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Application of Calcium on Fruit Quality and Fungal Occurrence

of Sweet Tamarind
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ABSTRACT

This study was carried out to investigated foliar application of calcium chloride (CaCly)
during fruit development to maintain the quality of the sweet tamarind cv. Sri Thong. Three
different concentrations of 0% (control), 0.25% and 0.5% CaCl, were sprayed three times at the
rate of 20 liters per plant in the period of six, seven, and eight months after flowering. The yield
was harvested at the fully ripe stage, it was found that sweet tamarind treated with 0.5% CaCl,
had the highest yield per plant, pod weight, pod size, and pod firmness, while the quality of
sweet tamarind in terms of soluble solids, titratable acidity, and vitamin C were not different
among treatments. Regarding the fungal incidence after harvested, sweet tamarind treated with
0.5% CaCl, showed the lowest total fungal count at 3.6x10° CFU/g. After storage at room
temperature (30+2 °C) for 3 months, the incidence of fungal increased with shelf life. Sweet
tamarind treated with 0.5% CaCl, had the lowest total fungal count of 5.0x10° CFU/g. However,
low temperature (2+0.5 °C) storage retarded fungal growth in sweet tamarind, which sprayed 0.5%
CaCl, (3.9 x 10° CFU/g). It suggested that foliar application of 0.5% CaCl, during fruit development
can be use to increase yield, improve quality and extend shelf life.

Keywords: calcium chloride, yield quality, sweet tamarind
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Plant Nutrients Outside the Arabica Coffee Growing Area
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ABSTRACT

Efficient fertilizer management for Arabica coffee production requires knowledge of
the appropriate timing for sampling to analyze the nutrient status in coffee leaves. Therefore,
this experiment was conducted to study change of plant nutrients in leaves during year and
plant nutrient removal in Arabica coffee growing area. This was done to determine the suitable
sampling time to assess the nutrient status in coffee leaves. The experiment was studied on
Arabica coffee growing areas in the Royal Agricultural Research Center Chiang Mai, Kunwang
and Mae Chan Luang, with coffee plants aged 5-10 years. Data was collected from the years
2022-2023. Result showed that the changes of plant nutrient concentrations in coffee leaves
during year from the Royal Agricultural Research Center Chiang Mai, Kunwang and Mae Chan
Luang showed a similar trend. The concentrations of total nitrogen, phosphorus, and
potassium in coffee leaves tended to decrease with increasing age of the coffee leaves.
Meanwhile, the concentration of total calcium in coffee leaves tended to increase with leaf
age but total magnesium concentration of coffee leaves was not clear. Moreover, from May
to July 2022 (leaf age of 5-7 months) was identified the period with the least variation in
nitrogen, phosphorus, potassium, calcium, and magnesium concentrations in coffee leaves.
This period may therefore be considered for sampling leaves to analyze nutrient
concentrations during that specific time frame.

Keywords: Plant Nutrients, Arabica coffee
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Wedlvad guane duakiiy 81Lnauine Jamdadedin

\hou anududurassmemsivenualuly (%)

(@¢1v) Tulnsiau WoaWads  lwunaidey uAALTEY IR
u.A. 2565 312 a 0.18 a 2.08 a 0.66d 0.27 a
NN, 2565 2.34 bc 0.14 b 1.85 bc 0.76 d 0.26 a
i1.n. 2565 3.02a 0.18 a 1.83 bc 0.61d 0.28 a
b.8. 2565 2.67 abc 0.16 ab 1.89b 0.70d 0.28 a
n.A. 2565 2.36 bc 0.15ab 1.66 d 1.08 bc 0.23 ab
1.8, 2565 2.85 ab 0.15b 1.68 d 0.99 c 0.25 ab
n.A. 2565 2.61 abc 0.16 ab 1.66 d 1.14 bc 0.23 ab
d.A. 2565 222 c 0.16 ab 1.70 cd 1.24 bc 0.18 b
n.8. 2565 2.20 c 0.18 a 1.70 cd 1.46 a 0.25 ab

F_test - * - - *

CV (%) 11.4 9.1 4.5 10.4 155
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Wedlvy waiveumade suauwiudy 91newine Jminigeslnl

\iau anuuduvessnesivenunluly (%)

(@g1v) Tulnsiay wWoaWasa  lwuval@en  ueades uunilides
u.A. 2565 331 ab 0.22 b 1.98 a 0.51e 0.24 b
N.N. 2565 2.80 cd 0.17d 1.73 bc 0.62 de 0.24 b
i1.n. 2565 3.63 ab 0.26 a 1.94 a 051e 0.28 ab
b.8. 2565 3.00 bc 0.17d 2.05a 0.60 de 0.27 ab
n.A. 2565 245d 0.16d 1.70 c 1.15b 0.30 a
1.8, 2565 2.59d 0.17 cd 191 ab 0.82 cd 0.25b
n.A. 2565 2.62d 0.18 cd 1.68 c 1.04 bc 0.25b
d.A. 2565 189 e 0.17d 1.33d 1.68 a 0.28 ab
n.8. 2565 200 e 0.20 bc 1.32d 1.74 a 0.29 a

Ftest xx xx xx xx x

CV (%) 7.2 7.3 6.7 16.6 6.9

wandnnunazsiing uazsmemnsRuiigaidvaanuanituiiugn

AuNsWiRaNdavases 1IN wuln wlamnaedaudITeinunsvardedvl yuine Wika
HAMKANNER Windu 2,868.6 Alansumals lneAnlumdaniun windu 1,655 Alansusels wazwdsnua
M Wiy 1,213.6 Alansusols deradululasiau weaneda Inuwvadon wradoy uazuundid sudl
andoeenueniiufiUgrlusUvemanan winfu 17.51, 154, 22.66, 138 uax 0.72 Alansusiols mudiiy
wUsdudrmvasudnniuyl windu 12.78, 1.03, 1045, 0.52 wag 0.48 Alansurols Muanv wazdIuved
wWasnranw windu 4.73, 051, 12.21, 0.86 wag 0.24 Alansusals mudeu UONINT LEvMSeauA 9
Wuthwifnan 356 Alandusels Anduluau Weavesa Tnunafey wrafeu wasuuniideuiaqdsoen
uonituil Wiy 1.17,0.04, 0.24, 0.4 waz 0.09 Alan3usials AUy (519 5) mmxﬁuﬂaqwmamquéﬁ%’a
iemsvaadedsl witeuvans Winandnsiini1 wameaesgudidainumsvanadodyal quns Taelsina
HARNaNWER Wit 1,373.4 Alansusials TneAnduwdaniu windu 755.1 Alansusiels wavidsnua
muyl wintfu 618.3 Alansusiels  BsAnululmau weaviea Tnuvadon ueaiden uasuuniiGenigade
aaﬂuaﬂﬁuﬁﬂgﬂlugﬂsummamﬁm winrfu 7.25, 0.59, 8.66, 0.49 wag 0.52 Alansusals mudwu wiadudiu
vauud ANl windu 552, 0.38, 4.38, 0.16 kg 0.42 Alansusials mud1av wazduvasddannanium
Wiy 1.73,021, 428 0.33 uag 0.1 Alandusiels mudey uenannd l@vnnssiausaiadudmiinan 337
Alansusials Anduluau veanesa Inuvadon uraon LLaszﬂﬁL%ﬂmﬁngﬁﬂaaﬂuaﬂﬁuﬁ Wi 0.92,
0.07, 0.15, 0.36 Wa 0.07 AlanSumsls mussu (Ns197i 6)
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g8 uRIRaILTuslng

HanAn warsInevsinngaydeaanuaniunvan (nn./1s)

WAnes B B 2o
W& Lan waan NIAALLGY
Tulnsiau 17.51 12.78 4.73 1.17
Weanoda 1.54 1.03 0.51 0.04
Tnunalge 22.66 10.45 12.21 0.24
ICRIGEE 1.38 0.52 0.86 0.40
wundge 0.72 0.48 0.24 0.09
13’11/1‘13?1?191 2,868.6 1,655 1,213.6 356
A919i 6 ﬁmmm'ﬁﬁﬁuﬁqﬁglﬁaaaﬂuaﬂﬂyuﬁﬂqﬂmLLWam'}ﬁmLLﬂaaqusT%’sJmwmmam%aﬂmj

LUIDUNAT FIUABLLIN DILNBWIING FINTALT 89l

HaRGn Uazsnevnsinuigade

sanuanwunugn (nn./13)

W1Anes B B 2 e
Na LR waan NIAALLAY
Tulpsiau 7.25 5.52 1.73 0.92
Noavada 0.59 0.38 0.21 0.07
Tnunagey 8.66 4.38 4.28 0.15
uAALTYY 0.49 0.16 0.33 0.36
wundge 0.52 0.42 0.10 0.07
dominan 1,373.4 755.1 618.3 337
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Study Soil Chemical Properties and Plant Nutrients affecting to Growth
and Yield of Arabica Coffee in Chiang Mai Province
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ABSTRACT

Eefficiency of fertilizer use for arabica coffee productive must be known status of nutrients
in soil and plant. Therefore, the soil chemical properties and amount of plant nutrients to growth
and yield of Arabica coffee were studied. Experiments were conducted on Arabica coffee grown
in Chiang Mai Province with 20 plots and randomly selecting 15 coffee trees in each plot for
5-10 years old to collect data during the year 2022-2023. Boundary-line method was estimated
by establishing the scatter diagram between plant soil nutrients, leaf nutrients and relative yields.
Result showed that the sufficient ranges of soil chemical analysis were 5.35-5.9 of soil pH, 0.037-
0.058 dS/m of soil electrical conductivity, 5.42-7.3% of soil organic matter and 15.22-49.97 mg/kg
of available phosphorus, while the appropriate soil content ranges of extractable potassium,
calcium and magnesium were 74.54-194.72, 330.81-671.09 and 60.83-180.25 mg/kg respectively.
The sufficient ranges of leaf N P K Ca and Mg were 2.25-2.59%, 0.166-0.2%, 2.18-2.83%, 0.752-
0.95% and 0.229-0.295%, respectively.

Keywords: Soil chemical properties, Plant nutrients, Arabica coffee, Boundary line
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wUasi g 919 @) UTM X Y

! (uns)
1 U219 8 47Q 447940 2060083 1,383.1
2 IEUpRK 8 47Q 447918 2060110 1,381.4
3 IEUpRK 8 47Q 447940 2060083 1,383.1
4 U219 10 47Q 447664 2059810 1,4435
5 U319 8 47Q 448434 2059587 1,365.1
6 U319 8 47Q 448201 2059782 1,391.7
7 ALl 10 47Q 454657 2083873 979.7
8 axLila 10 47Q 454170 2084275 1,020.7
9 axLila 5 47Q 453883 2079350 1,186
10 U219 8 47Q 452577 2069165 9,01.2
11 U39 7 47Q 452532 2065580 1,018.5
12 IEUpRK 7 47Q 450240 2066498 1,194
13 U219 5 47Q 452006 2065845 1,052.1
14 U319 10 47Q 447726 2059585 1,472.9
15 WAL 10 47Q 444298 2061966 1,487.7
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Faynszduinin 0.2 indFunsisowns feilbidmaderensisiydulnvesiiv (FAO, 2005) Buvdeimgly
Aundady sefurnaueausiingt 4.41 Wedldud sefusineglurag 4.41-5.42 Wesidudt szduiiiosmesglutas
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\Aumegandn 49.97 FadnsusioAlansy gandnseduiisameves Sousa et al. (2018) Meglutiag 7.4-15.6
fadnsuranlandy ussninszduiimenes Ling et al. (1990) 7ieglutaa 60-80 dadnsusedlaniu
Tnuvadoniiuanudsulslufuuiadu seiunaueausiin 63.66 fiadnsusenlaniu sziudeglugag
63.66-74.54 Tadnsusienlansy seauiieaneagluyie 74.54-194.72 fadnsusenlansy warseauuniune
49071 194.72 adnsusienlansy @ennd eaiu Ling et al. (1990) Sousa et al. (2018) uag FAO (2005)
fisgfuiisaefialsisnnin 75 fadnsusenlaniy ueaWeufiuanivdsulslufuuyadu ssivnaunausi
n1 239.49 fadnuseAlania sedusagluta 239.49-330.81 fadnsusieAlansy sduiloamoglutas
330.81-671.09 fadnsusedlansy uazseiusniAuneganit 671.09 fadnfureAlaniu dwininsedud
Wigawaue FAO (2005) ﬁﬁmaaﬂmm 600-1,000 fiadnsusenlansy wazuunili@ouiiuandsulalufy
wad sedvmnaueausiinit 4331 fadnsusedlaniu sedusneglurag 4331-60.83 fadnfuselaniu
seAuganeay L9 60.83-180.25 dadnsusenlansy uagszAuuniiuneganin 180.25 dadniusie
Alansu ddlndifesiusefuiiiiomenes FAO (2005) flAnunnndn 1944 fiadndusenlansy
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M3199 2 AnesuvesERTRRuaall wagsmensiivluAulngisiduvea e

Parameter Deficient Low Sufficient Excessive

Soil pH (1:1) <501 5.01-5.35 5.35-5.9 >59

Electrical Conductivity (1:5, dS/m) < 0.032 0.032-0.037 0.037-0.058 > 0.058
Soil organic matter (%) < 4.41 4.41-5.42 5.42-7.3 >7.3

Available Phosphorus (mg/kg) < 11.39 11.39-15.22 15.22-49.97 > 49.97
Exchangeable Potassium (mg/kg) < 63.66 63.66-74.54 74.54-194.72 > 194.72
Exchangeable Calcium (mg/kg) < 239.49 239.49-330.81 330.81-671.09 > 671.09
Exchangeable Magnesium (mg/kg) <4331 43.31-60.83 60.83-180.25 > 180.25

szRuANgANaNYIalvassInemnseluluniunezsndng

dethdeyamingisinonsivhiluniunessdni (n=287) mansminszarefunandn
s (il 6) wagshmsiansanduveuiwsusnveans tngliteyassiunandnluriafertums
wUssziumgauanysalvesanAfumMaaiuazsin e siigluiuugnaurlossdn (sed 3)
ot Tulpsiauimualulusiady seduaaueausiindt 2.02 Wedidud sedushogluting 2.02-2.25
Wosidud seauiiosmeayluga 2.25-2.59 Wasiud wagseAuuniAunedinit 2.59 tesidus
TndiAesiussiuiiesnovos FAO (2005) fleglutag 2.5-3.0 Weosidud usdmnirsefuifisaneses Sousa
et al. (2018) floglurae 3.3-3.6 Wesidusdt veavefarimualuluuiadu ssduranaausiinis 0.141
Wedldud sedudeglutag 0.141-0.166 Wesidud seduifivswongluts 0.166-0.2 wWedldust uazsedu
uniiumegand1 0.2 wWesidud TndiAssiuseiuifiomenes FAO (2005) fioelutias 0.15-0.20 Wesldus
uigandrszduifissnenes Sousa et al. (2018) fieglutag 0.14-0.16 Wosidust Tnuvadesiamunluly
wiadu sedvvaunauiingt 156 Wesidud sefusieglurag 1.56-2.18 Wesidud seduiivanesy
Tuta9 2.18-2.83 Wosidud wazsvduunniiuneaindt 2.83 wWesdud InalAusiuszauiiieanaves FAO
(2005) ua Sousa et al. (2018) fleglutg 2.1-2.6 way 2.4-2.7 Wosidusd muddu uaaiBeuviomunly
Tuuvadu sefurauaauing 0.65 Wesidud sedusmeglutng 0.65-0.752 Wedldud szfuilsment
Tut29 0.752-0.95 wWaesidud wazszauuniiunegenii 0.95 wWesidusd Indidesiuszauiiismenes
FAO (2005) flaglutas 0.75-1.75 wesidud wozuunii@ouiomaluluniady ssfumauaausing,
0.204 Wesiiud seumoglutng 0.204-0.229 Waedldud sefuifiosmesglugag 0.229-0.295 Wesldus
LarsEAUINNIAUNEEINI 0.295 Wosidust TndlAssiusefuiissnenes FAO (2005) fiegluts 0.25-
0.40 Woslgud
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M13199 3 Anesuvesswmemsivlulumurersiinilaedidureuin

Parameter Deficient Low Sufficient Excessive
Total Nitrogen (%) <2.02 2.02-2.25 2.25-2.59 > 2.59
Total Phosphorus (%) <0.141 0.141-0.166 0.166-0.2 >0.2
Total Potassium (%) < 1.56 1.56-2.18 2.18-2.83 > 2.83
Total Calcium (%) <0.65 0.65-0.752 0.752-0.95 >0.95
Total Magnesium (%) < 0.204 0.204-0.229  0.229-0.295 > 0.295
dyUunan1Inaasg

Mnmsienesiautitumani swmewnsiirluiu wessmomnsfivluluniueysnSnivesiiu
negesia 20 wlas ludmindedvl danahanasissdunasgulaens1#isiduveuiunuen wu
seAUTl iminzanvesr U fAenausylugas 5.35-5.9 A1t luinvesdusylugae 0.037-0.058
3T usisemns BunieingluAueglutag 5.42-7.3 Wedidud seaveaiduusslevilufueglutas
15.22-49.97 fiadn3usioAlansy Inunadenuandsuldludueglurae 74.54-194.72 Tadnusie
Alansu unaWouiuaniudsulslufueglurig 330.81-671.09 fadnsusedlaniu uuniiouiiuaniaoy
I¢lufuoglutag 60.83-180.25 fadnsustenlansu lulmsiaursmuelulueglutag 2.25-2.59 wWedidud
woanofavianunlulueglugas 0.166-0.2 1Wesidusl Inunadouienualuluogluda 2.18-2.83
Woedidud ueaideuvianualuluaglutie 0.752-0.95 wWesibud uazuuniifoutounluluoglutas
0.229-0.295 iWaslgus

ANUBUAR
mAfeildunuatiayuandinnuangnssunsdaaiiinemans Jdouavuinnssy (@nan.)
FWAUNTUIIINTNEAT VOVBUANEE1WIENSANSITeNwATVIaIaTeslal uazinumsugnniunessd
Aludt uil e1Lnousae Sunoul kT e sneasds uazenenesaziia Seniadoslugl
Aldeuianziwlamniunezidnmdmivlilunsmaass gaveveveunmidmindvavinudlalinisg
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mMuersinlunsusslivanugvesantanumaail uagsmeimsiglusiiogdiu uaglununersndng
fiulufufisorindednl uasthuummanmsdaviannesguresauifiiumand wassnomsfivres
nuezsdmieisidureunluvszgndiunisdavhanassniluiiuiisufiaulavioliuaduduyia
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The Study of Arabica Coffee's Response to Nitrogen Fertilizer Application
Apais u9Asna’ 35 wpumey'  Ugeduy Jiwndiner’  algwed ASauUa’
dnsun) wes”  Asnsal 95ums’
Kitiamate Jangsirikul’  Varis Khaenkhongh'  Piyanun Wiwatwittaya’

Nuttapong Srisombat’ Chatnapa Khomarwut? Siriporn Jarintorn®

nauITeUgiinen Nea3 AU TLMTHENNIINITINYAT

ABSTRACT

The study of Arabica coffee's response to nitrogen fertilizer application in areas with
different amounts of organic matter in the soil in Chiang Mai Province was conducted to obtain
data on the response of Arabica coffee to nitrogen fertilizer usage. The experiments were
conducted at the Chiang Mai Royal Agricultural Research Center (Mae Jon Luang), Mae Na Chon
Subdistrict, Mae Chaem District, Chiang Mai Province and Chiang Mai Royal Agricultural Research
Center (Khun Wang), Mae Win Subdistrict, Mae Wang District, Chiang Mai province. The experiment
was performed in a randomized complete block (RCB) with four replicates, 6 plants per
replicate. The treatments consisted of five levels of nitrogen rates (0, 55, 110, 165, and 220 ¢ N
per plant per year). All treatments were applied with phosphate and potassium fertilizer at the
recommended rates of 46 ¢ P,Os per plant per year and 90 ¢ K,O per plant per year.

The results revealed that plot with an organic matter content of 3.6 percent, nitrogen
fertilizer application at a rate of 220 ¢ N per plant per year gave the highest average yield of 1,315
kilograms per rai. For plots with organic matter contents of 5.6 and 6.2 percent, nitrogen fertilizer
application at a rate of 110 ¢ N per plant per year gave the highest average yields of 1,098 and
1,260 kilograms per rai, respectively. Therefore, for the production of Arabica coffee in fields with
an organic matter content of 3.6 percent, it is recommended to apply fertilizer at a rate of 220-
46-90 grams of N-P,0s—K;0 per plant per year. While the plots with organic matter contents of
5.6 and 6.2 percent, it is recommended to apply fertilizer at a rate of 55-46-90 grams of N-P,Os—
KoO per plant per year. This will help increase the production of coffee.

Keywords: Arabica Coffee, Fertilizer, Nitrogen, Fertilizer Response
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UNANED

AnwinmanevauesionslidelulanauresnmunessSnluiufiffuiinudurisTagluuunneis
Auludanindedn Welildteyanismevaussdonislivelulasiauvesnunezsdn dudunsmaasd
fiqudidoinuamaiandedu (U9 duausiiu sunewing Swmindodnl uazgudidoinumsnada
Wealnyd (Wlounad) Auawdunas d1nowdy Janiadealnd 319KHEN1INAaBILUY Randomized
Complete Block (RCB) $1uau 4§19 a% 6 fu nssusUsenaumesnidelulasiau 5 6051 laun 0 55
110 165 uag 220 n3u N derused lnennnssuislddenoamnuazdelnuny dnsinudAuuzi Ae 46
U P,0s siasiusiad wag 90 NSu K0 sasusial

NaNINAaDs WU wlasifiuTnadunietag 3.6 wWeddud mslaelulasiaudas 220 nfu N
dodusol Tinandngeaaiade 1,315 Alansusels dmsuudasfifiusuudunieing 5.6 uaz 6.2
Wesldud msladelulasiausns 110 nfu N sodusiel Winandngsgaiade 1,098 uay 1,260 Alan3usie
19 srwddy fadu mandanureydniluuasifuunudurietan 3.6 Wosidud wusiililddesan
220-66-90 N3 N-P,05-K,0 siodiusiel druudasiiuimnadunioing 5.6 uay 6.2 Wosldud uugiilild
{Jodn31 55-46-90 N3 N-P,0s-K,0 sasiusiell Faaztagiiiamananiviunium

Addgy: ez Yo lulesiau nmsnevauesdele
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UNUI

muezsiniduiinasegnandwesUssmalneiivhoeldliinunsnstag 5,500 duum Ussmelng

[
a A d

fnunvgnniurlogndnuszana 123,098 15 nandnsau 9,135 Au wandesals 91 Alansu dilveleudan
T uf mawmile wu Soriadod Wosse wigeaeu uaztu audisu lnofinandnsy 9,076 fu
(@innuasugianianems, 2565) anmituiifinzaslunsugnmustessiimemsiiniugdaisiangt 700
pRsTNTEUT s gamgiiads 1525 esmivaifea TUSmanivlulisini 1,500 fadumssiel uasdosd
msnszeuruegeon 5-8 iWou Tuaniaveuasiinaufismelunsliiildnaonduds anmaud
Fupudnlaishndt 50 wuRwes (@asuideiveany, 2562)

manAnmunlezs Sl dnenanuaednann fesdinmadanisiuesdelimnzautuanmiiui
safumslifusia Tneusazanetusiidnuasuaziimsmeuaussiensldvaunnstedy winuingnsnded
LLuvﬁﬂﬂﬁu{]%ﬂuﬁmﬂuﬁWLLWﬁ’]LLUUﬂ’S’m Snsmsldliianznsasdmivauusasiui 91ams
n31aaeu warhimilsismomstaduifogluu vl nmsldtemuduusidinad miulifvssansam
dwmaviluyunsEaRugay LLauﬂimumaammaaaﬂummﬂaﬂsmﬂmummmmu vizomnlddetos
lﬂmmﬂwﬁmmmﬂumlm Wigswesionnudessvesity Tnsamzegedlulasiou Afiewddysens
wiAuluazfsnandnvesmu Fsmuidosnslulasaululsinaiideuthgaiielilumsatradode u
non wazra ululpsiudusmensiisinitapamdeluanivliie 1wy Qﬂ%ﬁ’]ﬂmaﬂfﬂ sumgluluguing
naenvugnidsuinelUfuRaEnTIiUAeIeaNU (Snoeck and Jadin, 1990) muniiugnlaglaifisun fasns
llasilutiinaftnnndimuniivgnaeli s (Harer, 1962) fniusmslaelulasnaulusnaiigeiu
savesijslulnsausesiununiiviudn fe Faeisnasaiulameiu A uwaglu uonanid s
Suuaensiere uaznsianaldfie (Micchell, 1988) nunnovaussielelulnsiauldfunn Tnemsiia
ulpsaliiuiuasenandanurifiai 30 wWedidus Waiisudeutuilildlsslulasnau (Misku et
al, 1972) Kaihuddlgvhmsdnunmseuaussionslitglulpaaudnieineg vesmuorndn delildsem
Jelulasiauivngay wandudeyaiuglunsimunsliduusiinsldy slulnseud i zas
wnHapsiuan LTSN AR Uty Bnsely

guUnIaluazIsnIs

gunsal

1. pununiugersdni seeglvinandn 01g 5-10 U

2. Jowadl loun Joesy (46-0-0) Jevsuilagwoivioainn (0-46-0) waslelnuvadounaslse
(0-0-60)

3. seldmsuinssdiegshuwas e luissUfuing

4. \esiloinenmans uazaninermansdmiviinngisedsfunasinluviosufiing

5. 1edesile uargUnsaidmiuiiufegsAuLayiy
N3

sdiumaveans S1uou 3 was luufiidviinuduiedag 3.6 5.6 uax 6.2 Wesidus 1Hud wlag
naaedlugudITeinunsvarndedvil (Biaeuvads) suausiuias sSunewiudy Jmiadedusl $1u 1 ulas
fifaudasi 1 47Q 444362X 2061943Y (Fununl o1y 7 7) uazuameaedugudidoinumsvatadodysl
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(gum) fhuasiiu Sunewsing Tarindedval 1uou 2 uwas Afauuasi 2 47Q 447940X 2060083Y (Fumul
01 87) uag Afnuvasi 3 47Q 447664 2059810Y (Fumuyl eg 7 T)

NLHUNITNARDILUU Randomized Complete Block (RCB) 41U 4 Ggm ar 6 Au nssIslu
ansdelulasiau lawn

1. lulddelulasiou

2. Tdlelulngiau 0.5 wihwmnuduwugi (55 ndu N siadusal)

3. Tddglulasiau 1.0 wihvudwuzi (110 nSu N siedusial)

4. Tadelulasiau 1.5 whmnuduwug (165 nSu N sasusiad)

5. Tddelulngiau 2.0 whenuduwug (220 n5u N sesusiad)

ynnssuIstadeneanuwazJelnuny dnsimudugi As Janeawn 46 n3u P,Os Aasusal
waztelnuny 90 nii K0 dedusted (@nisuidefivay, 2562) uisdldle 3 afuwiol deil

pdefl 1 Wounqunau lalelulnsiudaaingg smunsads wasdevleawn 23 n¥u P,Os fofu

pdait 2 ouAenen Tadelulasaudngdieg aunssuds dewoaia 23 n3u PO, sosu way
Jelnuny 45 n3u KO sioau

pdsf 3 Weunanau Talelulasiaudngdne munssuds waeleTnune 45 n¥u KO dosu

dndenuuasnuleysndniiszerlinandn fsvozuan 2x2 s $1uau 400 fu LiuFI0E19AY
a4 yaseulaudiu deunslatsuagndanislads fseduaudn 0-15 wuRuns uay 15-30 Wwufiuns
Yandasizdantinianienimuaziedivasiuneunisnaaes Iaun 1) 1 efu Iae3s Hydrometer
method 2) pH ld8nsdruiusionn wiafu 1:1 3) Sun3eing me3s Walkley and Black method 4)
Woanesaiiduuszlovd 1033 Bray-Il ud3ias1z9n15,AnA¢835 molybdate ascorbic acid waz 5)
Tnunadeafivanuasuldlng NHOAC, pH 7 (NquauIdeiailfiv, 2544)

Tatgludounguniay Awnay wazaanay mudasfimmualunssudsineg @aduidefivay,
2562) \iuiAgamandnnul duiiuiaegnsu lnaifiulugi 3 duanUassenueisuszian secondary
%390 tertiary (FAO, 2005) 4 iFv0ensIn TiAvludulsaRy 5% vesfiuiily s1unuduas 30 lu uay
HanAnn W luuiarnssuds desieiuTunasmeisiuiy laud lulasiau Weanesa Inuwnaley
uealdon wazuunii@on (nquauideindiau, 2549) nieuduiAviegsfundauiuien uazanis
Wsayulanaslade

tufinteyanalinneifuneulazvdaiuifomananniul Teyanalinseiity uasteyananan
Uszillunarainisnevauasionsiddelulasiauluwiaznssiifdenisiasyivlauasnaninuaniwm
AAT1zmANULUTUTIUTNGERR (analysis of variance) wazlUFeuisumIuLANEesr R 1ned3
Duncan’s Multiple Range Test (DMRT) lagldlusunsudiiagunieadf uaziasizinanouwnumig
waswgenanslaglidnmamssninameldiiiutunnnislitededunuidinduannslide (value to
Cost Ratio; VCR) (Pervaiz et al., 2004)

a v
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NANISNAABILAZIANTA

1. auUAYIAUNDUNITNAADY

nadnsiantRnuneunsnaesiisyiuaudn 0 - 15 wufiues luwlasd 1 wuin edu
Wudumioaunse Arnudunsadunng (pH) 5.5 Anisudalaia 0.08 waTwudasiuns Ysuna
duvieing 3.6 Wedldud Usinaumeavledafiiulsslend 104 fadnfusenlansu uazUTunalnunadon
fanidsuld 193 fadnusioRlansu (319l 1) FeendArudananmnzaudensugnniusezsidm

wasit 2 i Weawduiumien Arrudunsmdusiiag (pH) 5.0 A1n1silwia 0.08
WATudrenT Uinaudunieing 5.6 Wedldud Usinameavleadiiuusslevd 77 Sadndudenlaniu
warUSinalnunadeuiivaniUdeuld 164 fadnfusenlaniu (13197 1) FeaudRnudinarimvanzause
msugnnuezsIing

war wlasit 3 nudn leRudufusiumideadunse drenudunsadusie (pH) 5.8 A1n7s
1l 0.08 0dTunddewns UTinadunieing 6.2 wWedldud Ysinauveawedaiiduuselond 215
fiadnsusienlansy uasUSinalnunadenivaniUdeuld 225 fadnsudenlansu (115197 1) Feaud@ny
AenaImINEaELsansUgnauezsIUn
A19197 1 andAvesAunauiinisvaaesiiseiuaudn 0 - 15 wuRwag o AUGITLLNYATNAD

Weslul Jamdiageddng

anURUDIAY wiasil 1 wasil 2 wiasii 3 ATl zay®
oy AUty Aumiley  AuTiumilen -
Yunsy Yunsy
ANnudunsa-AsueIAY (1:1) 5.5 5.0 5.8 5.0-6.0
nsthlniveshiu (1:5) (dS/m) 0.08 0.08 0.08 -
dun3eing (%) 3.6 5.6 6.2 3.7-5.2
WeaeSaiiuuszlon wn/nn.) 104 77 215 7.4-15.6
Tnuadeufivaniudeuls @wn./nn.) 193 164 225 76.4-127.2

a1« * Sousa et al. (2018)

2. MstasyiulavaInwnazsIing

NNt denunssuaseneg wud1 nsasaiulavesiun uNIiduTaULALAY YUIANTINY
Amnie-16 uagvuranssuianziuoen-nyiunn luasi TuTunadunIoing 3.6 5.6 uaz 6.2
wWosldud llunnsnadunisadd Tngluuvasifiuiinadunietng 3.6 Wesidud IMiduseuaslaudy
yuranssufiamde-1¢ uazuiansufianzYusen-nyiuan Anaalads 17.7 162.5 uaz 162.5
WwuAns (115797 2) Turuguasifiviinaduniedng 5.6 Weddud Tidusouslaudu vuansey
fienvile-1¢ uazvuransaufians Jusen-nziunn 108y 18.2 167.6 uaz 169.2 MUY (13797 3)
wazuUasiTuiInudwFeing 6.2 Weddud fuwliilnduseuidlaudu vurenssnfiamnie-16 uaz
YuAnsILTiAny Tusen-nzTuAn guaniade 20.3 186.7 wag 184.8 muddu (19l 4)
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M15099 2 nsesiulavesiunulaniivIinadurseing 3.6 Wosldud a guiideinunsvad

Wedluyd (LU9Ura9) AUaAKNLIIT DILNOWAN FIATALTe9ln

dnsdelulasiau idusoUlAUAY VUIANTINY VUIANTINY
(N33 N sodunat) (931.) Aewnile-ld (wu)  Aanziueen-nziuan (2.
0 17.5 156.3 161.9
55 17.0 160.0 155.8
110 16.9 171.0 167.1
165 18.0 161.1 160.2
220 19.3 164.4 167.7
Mean 17.7 162.5 162.5
F-test ns ns ns
CV (%) 8.4 7.4 10.5

N ns = LlANNUNIeans

a a a v Ao a a a o s & fa o
A1919N 3 ﬂ'ﬁL%ﬁi}J}W}UIWGUBQWUﬂWLLWLLTJaﬂV]iJTJiiJ']ZUBUVﬁEJ'JWQ 5.6 \UDILguUn ol f\]uU'ﬂ‘ﬂULﬂ‘Umiﬁa'N

Wedlva (Puan9) svawsdiu duneuwiinng Jwiadedlng

dnsdelulasiau idusoUlAUAY VUIANTINY VUIANTINY
("1 N daduat) (931.) Aewnile-ld ()  ArngTueen-neiuan (v
0 17.4 162.9 167.1
55 17.7 169.8 165.2
110 18.8 169.2 173.8
165 17.6 168.1 173.3
220 19.6 167.9 166.5
Mean 18.2 167.6 169.2
F-test ns ns ns
CV (%) 8.3 5.1 4.3

Weme ns = Liananaiunneaia
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M15099 4 nssiulavesiunulaniivIinadurseing 6.2 Wosldud a guiideinunsvads
Wedlva (Ruan9) svawsiu §neuwiinng Jwiadedlng

ansdelulasiau idusoUlAUAY VUIANTINY VUIANTINY
(N33 N sodunat) (931.) Aewnile-ld (wu)  Aanziueen-nziuan (2.
0 19.8 179.0 183.7
55 20.1 194.4 191.9
110 20.4 188.5 177.5
165 20.4 185.4 185.4
220 20.9 186.3 185.6
Mean 20.3 186.7 184.8
F-test ns ns ns
CV (%) 7.3 6.4 7.4

N ns = LlANNUNIeans

3. nananuazn1InaUaLaLiansidlglulasiauvasniuneazsin

wasiivinadutedng 3.6 Wedldud wui manevauswesnuleydnidelslulnsiauas
dldegnednou wasfiutumusnsdeillafin (Miskiu et al., 1972) Fanunnouauasderslulnsiau
figa 2.0 wheuduugih viadledinmsladelulanausam 220 n¥u N desiusied (nmil 1) Gednrd
p1adfaldgegadmivulasiimnensmiidnuurediodunss venmnidmuimslalslulasausnm
Fanan vinlinandanuidistuanldlavelulasiou 72 wWeddus uadlinandnunnsiatuesisd
fodnydannsadia (P<0.01) Inelvinandngsan 1,315 Alansudels (M319i 5)

wasifiUTinaduniotng 5.6 Wesidud wuin muvnevauselslulnsiauiisng 1.0 iy
Fuuzth videlalslulasiausng 110 nu N dedusiod (nmdl 2) Sevhlinandnniuiiinduainnisl
Tddelulasiau 58 Weosigud wazlinandnuansaiusgsfidoddgnisads (P<0.05) Tnelinandn
gean 1,098 Alan3usiels (M3197 6)

drlunvasifiuinabunieing 6.2 Wedldud wuin nuwmevaussdelelulasiauiisnin 1.0
whmuiuuzth siieldtelulpsiausn 110 n3u N defusied (nwdl 3) Feilinandaniusliisduain
n1sldladelulasiau 32 Wesidud uazlinandaunnsieiuedelidediAyvieada (P<0.05) lagli
wanAngegn 1,260 Alanfusels IndiAsstunisladelulnsiauiisnsy 0.5 wimuduugih wieldle
Tulasiaudnst 55 nsu N dedused Mvnanan 1,228 Alansusels (M15197 7)
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M151991 5 wandnwda Rlansusiels) vesnunezsinmluwlaiifiuinaduvseing 3.6 Wesidud
gananant 2566 a AudiTeinunsvatadeduil (laounady) Muakiu1as 8neudy

Janiadiealui Meuntunersrdniety 7 U

ansdelulnsiau HANARLUAN NaNARLRLTY
(N33 N sodumad) (nn.sols) (%)
0 365 ¢ -
55 479 bc 23.8
110 603 bc 39.5
165 870 b 58.0
220 1,315 a 12.2
CV (%) 35.2

AedslurpdullReIfuURn UM g wslauiuila lukanaesiun1anfns e

1835 DMRT
*nandn = UnTnanuaaniuni

LY

UANUDUU 95%

§ @

M191991 6 wandnwdn (Rlansusels) vesnunezsinmluwlaiiiviinaduvseing 5.6 Wesidud
gaManant 2566 a AUEIFeNuATIatLdedinl (U9 Fuawiiy dunsuing

Jandadiealui Meuntunersrdniety 8 U

dnsdelulasiau HANAALIER NanAR ANy
(S N sadusiad) (nn.sials) (%)
0 458 b -
55 837 a 453
110 1,098 a 58.3
165 766 a 40.2
220 737 a 37.9
CV (%) 134

AnadglunsdulifeiuinumedldnesiilauiulalulananeiunIsandfns e

&35 DMRT
*nandn = Udnanuaaniuni
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M151991 7 wandnwda Rlansusels) vesnunezsimluwlaiifiviinaduvseing 6.2 Wesidud
gaManant 2566 o AuEIFenuATIaInTeslual (U9 Fuawiiy dnneuie
Janadiealuy Mauntunersrdniety 7 U

ansdelulnsiay HANARLUAN NaNARLRLTY
(N33 N sodumad) (nn.sols) (%)

0 852 b -

55 1,228 a 30.6

110 1,260 a 32.4

165 848 b -0.5

220 880 b 3.2

CV (%) 23.7

Y =

! a v ¢ a v A Y U @ a U A I v aada Y
ﬂ']LﬁaEJ&Luﬂ@aQJULWEJ'JﬂUVlGnlI@I'JEJW'J@ﬂ‘HiL‘ViQJBUﬂUQJﬂqlﬂJLL@ﬂGn\‘]ﬂUVn\‘iﬂﬂmVlsg UVANULYBUU 95%
1m835 DMRT

*nandn = Undnanuaaniuni
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= 200
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0 55 110 165 220 275

dnsndelulasiau (nfu N dediuded)

Al 1 Msnevauasiansliddelulasiauresniunersdnulamivsinasunseing
3.6 Wasud Ndununezsidniey 7 Y
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dnsndelulasiau (nfu N dediuded)

A 3 Manevauaswiansiddelulasiauresniunersdnulamivsinasunieing
7.2 Wesidud Nduniunessidniey 79

4.03ausmevnslumdaniunazsalng
nsladelulasiaunndnsn (55, 110, 165 wag 220 n3u N sodusel) luulasiduTuiu
dunsedng 3.6 Wosiud vibiusunalulasiau wearesa wazlnuna@euiiasauluudaniunuansng

fuegaditdedfyomeada Inenslddalulasiau 2.0 whauwuzdl ¥5e980s1 220 n3U N dadusie
U fivsunalulasiau veaneda warlnunai@uy g4nd18mns18uq (15199 8) Tuvauzfiudasniiusunm
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dunsedng 5.6 waz 6.2 1Wesidud nuin mslddelulasiaudnsiaie ibivsunalulasiau weanesa
wazlnunadeuiiazanlundaniunwliunna1eiunieada (m15199 9 waz 10) wenanddanuin s 3
wlas dUsuasmemsndniazauluwdaniuiuansieiu Inedusunalulasiauniniian sesawnde

Inwnamel waznadawssa auaeu (115199 8, 9 way 10)

A13197 8 USuasnevnsfiazau (nsusesi) luwdaniunessndng ulanivsuadunieing 3.6
s 2 oAy a =
Wasgus naunezI1un1ey 7 U

Smanilulasiau SntAL Vnasnevnsfiazaslumdnniun (n$u/fu)
(n3u N desused) widonwl (0380 ylpsiau oanesa Inunage
0 353 373 ¢ 0.30 ¢ 335c¢
55 418 5.08 bc 0.53 bc 345 c
110 416 5.68 bc 0.65 abc 6.03 b
165 436 8.50 b 0.75 ab 6.33 b
220 446 12.63 a 0.90 a 11.05a
Mean 7.12 0.63 6.04
Ftest *x o o
CV (%) 36.0 36.5 39.1

v
aaa

VUGG - ¥ = WANFANIVNERRNSEAUANLLRIY 99%

ARdgluABaLIAEIN WML LA NYT L o UAUTA LU WANA1I UN A AN TEAUANULTRNY 95% 1neds
DMRT

A13197 9 YSuusine vnsfiazau (nsusesi) luwdaniunersndni wlasiidusunadunieing 5.6
Wosidud fdununezsidneny 8 U

Sailelulstau STnwIng Ysunausmemsiazaulumdnniun (nSu/e)
< [ v
(n3u N desused) waanunl (sw/n)  ylasiou oanesa Tnunage
0 377 9.68 0.53 6.28
55 424 11.03 0.50 6.90
110 443 12.38 0.78 7.98
165 440 10.15 0.65 7.85
220 432 9.13 0.73 8.63
Mean 10.48 0.63 7.53
F-test ns ns ns
CV (%) 32.7 37.2 40.3

UMY : ns = Liuaneneiun1eaiia

AR 8 lUABR UL RN UTIANUA D Nyl BUn L ANl NAN S U NSED AT SYA UANIY B3I 95% 198RS DMRT
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A13197 10 Usinausnenmsiiaray (nusesiv) Tuwdaniulezsndng uwasiiivsunadunieing
7.2 Wosdud idununezsiinieny 7 U

) o a a o & ) v
Svelulasiou YTALa Ysunasmemsfasanluwdnniun (n3u/e)
(n¥u N sadusiad) wannuul (NSU/A) Tulssiau Woanass Tnunaldes
0 332 11.90 0.65 9.78
55 450 14.88 0.85 11.05
110 421 14.05 0.73 10.95
165 397 11.45 0.55 7.83
220 403 11.28 0.63 9.00
Mean 12.70 0.68 9.73
F-test ns ns ns
CV (%) 22.8 33.2 14.4

B : ns = Liuaneneiun1eaiia

'
=

ARl UABR UL U NUA 50 Nl DN WA M WPNAN N LMD AN SR U Y 95% 1neiiS DMRT

5. Naﬂaumumammﬁa

MNMITeTeikanauLuNaATegha nglddndusenineelddimuduainnslidede
57831831NN"5M Y8 1386 Value to Cost Ratio (VCR) #1nA1 VCR 110n71 2 kand3ndanaduaInig
\Aswgmans (Pervaiz et al., 2004) wui luuvasifiuinaduvdeing 3.6 Wedidus Weldls lulasiau
2.0 Wz v3efisns1 220 nfu N deduiel IrkaneuuuduAUNsasUINnAian dnlu
wasifiuSinudunieing 5.6 wag 6.2 Wesldud mslddelulasiauiilinaneuunudueuinisasmu

WINVign AN 0.5 Wi Uzl viseldiiies 55 nSu N desusel (157199 11)
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M19197 11 nanauununInasegnanen1siidelulasiaurasniu

Sodelulanoy  wowdn  wakAed ey Fuuanmslile  dunuiidin VR
(n¥u Nsiedusial) (/) (n/l9) ww/l9)
1. wasiiiiUSanmdunieing 3.6 %
0 365 - - 2,880 - -
55 479 114 2,280 4,224 1,344 1.7
110 603 238 4,760 5,568 2,688 1.8
165 870 505 10,100 6,912 4,032 2.5
220 1,315 950 19,000 8,256 5,376 3.5
2. wlasifiGnafuvieing 5.6 %
0 458 - - 2,880 - -
55 837 379 7580 4,224 1,344 5.6
110 1,098 640 12,800 5,568 2,688 4.8
165 766 308 6,160 6,912 4,032 1.5
220 737 279 5,580 8,256 5,376 1.0
3. wasifuinadunieing 6.2 %
0 852 - - 2,880 - -
55 1,228 376 7,520 4,224 1,344 5.6
110 1,260 408 8,160 5,568 2,688 3.0
165 848 -4 -80 6,912 4,032 0.0
220 880 28 560 8,256 5,376 0.1
8L © Value Cost Ratio (VCR) = RN
FunuLi
VB0 s nunl 115 J9mau 400 fu (seasuan 2x2 1wng)
IIAWARER 20 UIM/AN.
Aunule - Jegise (46-0-0) :1A1 28 uw/nn, JevsuiUagiasneamn (0-46-0) 311 27 vw/nn.

Jelnuna@eunaslsd (0-0-60) 511 30 Uwn/nn.
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Anwinisnauauassensidlenasmavainiunazsndng
Study on Response of Arabica Coffee to Phosphate Fertilizer
Application
357 uaumey'  Jgelu] Tdaniinen’  Aeuws udsdsna’ algwad Asauvi’
dneun dwens”  Asnsal auns’

Varis Khaenkhongh'  Piyanun Wiwatwittaya®  Kitiamate Jangsirikul*

Nuttapong Srisombat’  Chatnapa Khomarwut?  Siriporn Jarintorn®

nauIdeUgiane, NaIENALITYNTHAANINITINYAT

ABSTRACT

Fertilizer management is a factor that affects production costs and the potential of
coffee production in terms of both quantity and quality. This experiment aimed to study
phosphate response on Arabica coffee grown in in Chiang Mai province with the different soil
phosphorus (P) content The experiment was conducted in two experimental plots at the Royal
Agricultural Research Center, Chiang Mai (Khun Wang), with coffee plants aged 12 years and 8
years, and in one farmer's plot with coffee plants aged 7 years. The experimental design was a
Randomized Complete Block (RCB) with 4 replications of 6 plants each. Fertilizer rates included
5 levels of phosphate fertilizer: 0, 23, 46, 69, and 92 ¢ P,Os/plant. Nitrogen and potash fertilizers
were applied at recommended rates of 110 g.N /plant and 90 g K;O/ plant for all treatments.
The results showed that in plots with available P content of 9.60 meg/ke, applying 92 ¢ P,0s
/plant was the most effective in phosphate fertilizer use, yielding an average of 715 g/plant. For
plots with available P content of 64.60 mg/kg, applying 69 ¢ P,Os /plant was the most effective,
yielding an average of 965 g./plant. As for plots with available P content of 86.20 mg/kg, applying
69 ¢ P,Os/plant was the most effective, yielding an average of 2,113 g¢/plant

Keywords: Arabica Coffee, Phosphate Fertilizer, Fertilizer Response
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wugthmslioaiinnuenguesiuniul wazldledunid 3-5 Alanfudefuvdsnisiiuien Tngszezna
msldlenunermdniusgfuszduaruguosaniniiuiivgndsinadeangnisiiuien
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A v

Woavla3a (P) Wumsnensiaidndulagiivdosnsuiinaanniionsiduln lnsonizng
193009310 NMSRNADN Wazmsiinandniiy NeanesadussruszneudAglu deoxyribonucleic acid
(DNA), ribonucleic acid (RNA), adenosine triphosphate (ATP) wag Phospholipids TuadiTin veanea
funulunsaieloundsnu lgasuszneunearledadunididuiindoudendanuanuiisomis
lugnuffzemilsnelumad (Leytem and Mikkelsen, 2005) Weane3adunidluausinemmdniil
adllufuluguvests dmsunusiveanearislunsieiaiulnuessin wasiiuuszdnsammsgasy
Tnuvaden nsgduniseanmen adawdn uaruduulsaaziaas (nsuduaiunsinuns, 2557)
Hagdufaudesfununidudinunn vilinaasinsuenesi Lﬂwsﬂsﬁqauiﬁ]ﬂqﬂmLLWaziwﬁmLﬁumﬂéﬁu
winwasnsdulngiianaasmnudlameluladmsndadivmnzen Wy msdnnsiu Jo nswanssu
binandndulnglldlaunsgu nanandnliiismesaaudsnisvedsanuulssy wazlagduds
Lififuugihnmslidediamznizasiuanmiuiidmsuniuresanin dufuiwududesdnwinig
novauowtemsliverleamnvasniuersdnuielildsnsdeiimazan wandudeyatiugiulumsly
Suuzihmsliteveariafimnzauameiuilunscdanulernindely

gunsaluazIsnIs
aunsal

1. nMuiugers1ing 018 7, 8 wag12d

2. Jowndl laun JogSe (46-0-0) JevsuiUagasvoainn (0-46-0) wazdelnunadeumaslsd

(0-0-60)

3. aseldmsuinssrdieghusas v luiesUfuing

4. \3esiloingnmans uazTaninermansdmiulinsevisegnanuuasiely

WosUURN"S

5. \n3edile wazgunsaldmiuiiumedsiulayiiy
/s
1. sudumsvaassiiuvamaasslugudideinunsaa@esinl (Juane) duawsiu suneusing damin
el $1uau 2 uwas AdauUasil 1 47Q 447918X 2060110Y HuUanameaneiaiiduusslovily
seAuUIUNANe (Available-P 64.36 dansusienlansy) nueny 12 U szezdan 2x2 1was 3117 400
dusials uUasi 2 47Q 447940X 2060083 AfUFaleavesaduUsElovilusedugs (Available-P
86.20 flanFusiaflaniy) nuweny 8 T szevUgn 2x2 wng $1uru 400 dusiels waz uUasil 3 uas
NEAINT AUARITY Snauaiang Fardaesdni 310U 1 wlas Anaudas Anaudas 47Q 448201X
2059782y AfUsanameanadaiiduusslemilusydud (Available-P 9.30 fan3usedlaniy) nuweny
79 szezUgn 2x2 W U3 400 Fusials
2. \iudegsiu 4 easeulaudu Aounsladeuagndanisldale Taoifuissduanudn 0-15 wuRins
thanAdruiduiisaslosegnafuwiud vmsuenesiivuaznsneen wdegnsiuluseusiunzunss
IR 0.5 way 2 fadiuns 910t udauhluTiensgiautAnieneninwasantiAniuead vosiuly
HosUAtAns Tiud iWeRufeiinsssinauannszarssunneyniaiu (particle size distribution: sand,
silt, clay) 1ae35 pipette (Gee and Bauder, 1986) Aaszrauianisniiusznaunie Wiawy fusioth 1:1
(pH 1:1) emsthlnfasAuduiadei fusieth 1:5 (ECe 1:5) USuaimsusudunss (oreanic carbon:
00) I35 Walkley and Black wazarwianduisunaduniedngluiu (OM) Ing OC x 1.724 1ne3s
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Kjeldahl distillation ArseiUsinameanesariduusslovd (Available phosphorus) 1n835 Bray Il (Bray
and Kurtz, 1945) Sias1zvid3anameanaaravun (Total phosphorus; Tolal-P) §aemsgessnetnaiu
shensalussnineshansn Sasdu 3:1 wdriauSunameanasadiewrdes spectrophotometer 3iAsnz
Usnallnunaidenifuusslovd unaiden uazuuniiBouiiainle lng33atnade1M NHOAC udainde
Lﬂ%‘l’aﬂ Atomic Absorption Spectrophotometer (AAS) (ﬂduﬂﬁuiﬁaLﬂﬁau, 2544; National Soil Survey
Center, 1996)
3. JUKUNIMAABILUU Randomized Complete Block (RCB) $1uau 4 $19 8z 6 #u Usynausie 5
QERHEL

1) lalddewoawmn

2) lddenealn 0.5 whanurwuzd (23 nSU P,0s siadi)

3) lelevpan 1.0 whanuAwugi (46 nSU P,0s sias)

4) Tadeneamn 1.5 whanudwugi (69 n3U P,Os siasiu)

5) ladevoains 2.0 winmuAugi (92 N3y P,0s Aasiu)

nnnssusladelulasiau uazdeean dnsimuiuzdl Ao Yolulnsiau 110 n3u N sedy
wazlalnuny 90 n3U KO siosiu (aanTuideiivany, 2562)
0. Jlulasauuddld 3 adsludeunnuanay Awna wasnanen $117u 32, 55 uay 23 N3 N AU
{Jooauin widld 2 afaq az 23 ndu PPs Tuiieu wgunnAuuarAsnean dmdelnunauusld 2 ads
atay 45 n%a K0 lufeu aeanay waznaIAy (@a1duidenvaiy, 2562) W%famﬁgq@uaﬁﬁmi’ﬁnﬁﬁn WAy
TGN I TR
5. uAgmaRAAN L
6. AwnszianuudusInemsnandnudnniwn lnednsiziliunalulasiau Usuueanesa
USualnunadon weaden uasuuniden vanun (hgueniddoiniiiy, 2544)
7. Uszillunavaanisnovausssiansiddereamnluiiavnisuds aenandnvoaniwn waginnis
WIAulavaslade
8. IATIWTIATILVININANDULVIUNNLATEFAY ¥38e1 Value Cost Ratio (VCR) (Pevaiz et al., 2004)
9. Yuintoyanainsesinu ToyanadnsIzyiiy waztayanana

STEZLIaN Sudy naAu 2564 éjuaq(ﬂ AUBNU 2566
aowivinismeaes 1. nguideusiinen nesideiianntadensnanmanainens neivinisinees
2. Augideinunsvalndeddnil wazulaununsng druaudiu g1nauiang
Janin@ealny
NANISNINADILAZIANTA
1. dUUAYIAUNDUNINITNAADY
1.1 wasfifieanesaiiduusslow 9.60 fiadnsudenlansy fifaulas 47Q 448201X 2059782
NI U eWMIvIRRBIR sEsUAEN 0-15 wufwas wuin AulileRuduiusumdorunse
firUfATedu 5.5 Fedadufunsada Armsthliiivesiu 0.06 wdTwusewns Aulifammuiy Uiina
Suvieinnlufueglussdugs Wity 16.4 Wosdusl Banameavesaeviomm 1071 Sednsusionlaniy Usanw
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weamodamidulsslonilufveglussiusi winfu 930 fadnsusenlandy uasUSnalnumadesfuanasuld
Tufueeflusesiugs wintu 77.2 Tadnusienlansu (M 1)

1.2 ulasiiiineaviodai dudsslon 64.60 dadnSusioflansy fifaulas 47Q 447918X 20601101
semsliassiAunouhmamesesiissduenudn 0-15 wudes wuih fullidefudufuiumisnunse
fiiAAseAu 5.2 Fadadufunsadn Anmiliivesiu 0.04 wddwudewms Aulifiaand Usina
Suvieinnlufueglussiugs Wity 6.9 Wosbust Wesidud Uinamaneaaiaan 909 fadnfuserlansu
Usanamleamiesaiduusslemiluaueglussiuuunans wiiu 64.36 fiadnsusionlansu uasUSanalmuvades
fuanasulsiegluseiuga 161 fadnsuselansy sudiu (asit 1)

1.3 wasiifvleaviosaiJuusslevd 86.20 fadnsusredlansy fidaulas 47Q 447940 2060083
panslesgiRunowhnsnaae ssduauEn 0-15 wufes wuin AufideAudufumden den
UjAzedu 5.1 Fedadufunsadn drnisilwivesiu 0.04 wddumsewns Aulifanaudy Ui
BuveTngluiueglusedugs wihiu 5.6 wWeddusd Ysinameavle¥ariavun 739 fiadnsusefilanty Ui
voavesafdulselonilufiueglussiugs wintu 86.20 fadnsusioAlansy Jeifluvsinaiigafulueayiili
fiupelidsnydanas (Bagns, 2558) uavonansevuseanandesluuvaifiBenit nsvuiunsgnsiladu
(eutrophication) ([nsA, 2545) uagBnalnuadeyiuaniudeuldlufiueglusediugs wiiiu 186 fiadnsy
seflan3u mudy (5197 1)

A15197 1 auﬁ’amqmamwLLazmﬁmaaauﬂqﬂmummwﬁm ANUALLIY DILNBWUING FTINIALTEI L

pH (ECe) oM Total-P Avail-P Avail-K Exch.Ca Exch.Mg
G ilodu (1:1) (1:5) (%) (un/nn)  (un/nn.) (un./nn.) (wn/nn)  (un/nn.)
(dS/m)
LLUaﬂﬁﬁ AU 55 0.05 16.1 1,071 9.6 194 923 194
Weareaiidy  wilen
Uselowil 9.6 Ju
un/nn. 1318
LL‘Uaﬂﬁﬁ AusIu 5.2 0.03 6.9 909 64.6 161 408 113
Weavesaidy  wilen
Usglovid 64.6
un./nn./nn.
LL‘Uaﬂﬁﬁ AU 5.1 0.04 5.6 739 86.2 209.0 290 53
Weavesaidy  wiflen
Usglovid 86.20
un./nn.
ﬁh'ﬁmwam - 5.0-6.0* - 3.7-5.2* - 60-80** 76.4-127.2*

i - * Sousa et al. (2018) **FAO (2005)

2. msgyiulanaznislinandnvasniunazsning

2.1 wasiivleane¥aidulssloni 9.60 fadnuseAlaniu anmslalenunssuisae wui
nsasaulavessunundidusaulslaudu vuianseuiamile-ld wasvuiansiuiiaagiusen-
pgfun laiumnenafunsedd Tneynnssasiiduseudeusiu iy 12 wuiwes vunanssisfiamie- 16
|y 162 wuRins uazruianswisfiang uoon-nyTuan LAy 166 WURWAT (M7 2) NaRER WU
msldtonmunsnidtaineg ilinanannuwnnssiuegneiifoddnyBaneedn Tnonssuisaldadewoas
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2.0 Wi (92 n.P,0s/6) Tnandnindsgeanfeiniu 715 niusedy sesaunie nssuisnsldalevioam
69, 46, 23 n.P,05/iu uay lullddeveamlnnudiiu ddlinandnade wirfu 553, 370, 253 uay 147
n$usiadiy say (5197 2)

2.2 wasfifineavesaiiuusslen 64.60 faaniusonlaniy wui1 nswSyiulaveadunium
fidusaurdlaudy vwansanufiawile-19 wagvwiansanuiiansiuoen-nyiunn uana1eiun1eais
Taennnssuisiiidusevidlaudiu 1de 19 wuiluns vuianssiuiimmie-1d 1ds 181 wuRuns waz
yuIensnuianzTueen-nyiuan 1ade 193 wufluas (3197 3) wawdn nuin nslaleniunssuis
#na9 Yilinandanunluansnsiuegedivodifydamneaia lnonssuisiladovloamn 1.5 wag 2.0 1w
(69 uay 92 n.P,0s/fu) TnanAniadeggaRewinty 965 uag 925 n3usedu sesaunde nssuisnsld
Jeeain 46, 23 n.P,0s/su uag luldevean audidu Jalinandniade 625, 400 way208
n$usiadi mudIiy (3197 3)

2.3 wlasiitiveanesaiiduusylond 86.20 fiadnsudeflansy annslddonunssuisansg
WUl NsAsRUlnTasRunuiiidusoutlAudy LavvuansaiufiangTueen-nziuan luuansineiu
needid lnonnnssisiidusevlaudu wde 18 wuflwns uasvuianssafiang uoon-nyTuan 1de
188 iwuflns vaszvnamsaiuiiamie 1 farmunnssiuegaiifoddnmeaia lnonssisnsld
Jevloawln 69 uay 92 n.P,Os/fu Tunavinanssiuiiavie-laganiinssudslddevoamn 23 n.P,0s/Au
wae lldeveamnedsfitoddgniadd dellvuiansauiiawmie-liadewindy 200 uas 198
WURIAT AUAITU (157971 4) HaRAR WU ﬂiiﬁ%ﬁiﬁﬂmaamm 1.0, 1.5 uag 2.0 w1 (46, 69 uaz 92
n.P,0s/61) rinandnindegeninngss ladevealn 0.5 wh uazlilddewoamn sgredifodAgdmna
a0f Aewiiu 1,925, 2,113 way 1,910 nSusionuy sesasnne nssuisnmstddeeann 23 n.P,0s/mu
way laflddevloamn audy Sslinandninde 1,053 wag 665 nfusesiu nud1iy (M3ait 4)

A58 2 mtSydulavesiununilasiiveanssaniduusslovd 9.60 fadniusenlansuniuey 7 U

QEEHEG! useunlAuAY YUIANTIVY YUIANTIVY HAKER
(1.N-P,05-K,0/611) (a3.) Aente-le (wu)  Yenziusen-nziunn (u)  (ASN/AW)
110-0-90 12 159 165 148 d
110-23-90 12 160 166 253 d
110-46-90 12 160 166 370 ¢
110-69-90 13 164 166 553 b
110-92-90 13 165 166 715 a
Mean 12 162 166 408
F-test ns ns ns *x
CV (%) 9.1 4.1 4.6 18.41

wnewe ns = hluandeiunneada
* = uanansiuesldsdAgniadAvseauanuiionu 99% fonwsiimilsunulunsduiifienduludanaim
uRNERNURY 1T dAYNIERANTZAUAILTDIU 99% LaeaS DMRT
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e 3 MaRtgulaveiunuliasiiiivearesafiiuuselovd 64.60 adnTuseilaniy nuveny 127

QEEHEN \dusounlAuY VUIANTINY VUIANTINY HAHEH
(1.N-P05-K,0/51) (931.) Aeuilold ()  Aiangiusen-nziuen (wu)  (ASN/AW)
110-0-90 18 181 180 208 d
110-23-90 18 181 184 400 ¢
110-46-90 18 192 197 625 b
110-69-90 20 194 202 965 a
110-92-90 19 192 201 925 a
Mean 19 181 193 625
F-test ns ns ns x%
CV (%) 8.0 9.2 10.7 15.14

Mewe ns = LuaneiunieEia

= uanehetuegnafitudfnsadafiseduaudediu 99% fdnusimileutuluneduiiferiulifiinuunnsiafiu
agnafifeddnyynsadifiseiuanandesiu 99% Tng3s DMRT

madl 4 mastgiulvesununiaiiimeaesaniduusslon 86.20 fadnsurenlansu nuveny 8 1

N335 i@usounlay YUIANTINY VUIANTINY NANER
(1.N-P,05-K,0/511) Fiu (a.) Aeuilo1d (wu.) Aangiusen-nziuan (Bu.) (n3u/61u)
110-0-90 17 1767 b 179 665 c
110-23-90 19 179 b 183 1,053 b
110-46-90 17 187 ab 191 1,925 a
110-69-90 18 198 a 193 2,113 3
110-92-90 18 200 a 195 1,910 a
Mean 18 188 188 1,533
F-test ns * ns *%
CV (%) 12.6 5.8 6.1 13.82

MGG ns = Tdumnenatuneada

aaa

* = uanaeiuegltediAyneadanszauaNIieiu 95% monwsiimloudulupeauiifsaiulddauuansieiu

9819l ddAAYNISERATNITEAUAMULTDNU 95% Lagds DMRT

* = upnansduegslidudAgniseianseAuauiiony 99% msnwiimdouduluroduiifedduludaulansi

'
aaa

AusgiitedAgynsaianszauAUToiu 99% lae3s DMRT

3. Vsanausgemshuadaniunazsitng

3.1 wasiivleavlesaiidulsslownd 9.60 Tadnsusedlansy wui1 mslateveain 92 n.P,0s/iu
yhlsSinailulasiou vleawesa Tnuna@en ura@on uazunndi@ouiluwdanumganitdnsduogedl
TedAuBaneadd nefusinalulaseu weaweda Tnuvadey uwpalen uwazwuniden Tuadaniuade
434, 0.28, 4.81, 0.33 uay 0.35 n3usiofy AWy (3197 5)
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M157°99 5 UsinasimenmsluwdaniuniuUasndveanesadulsslewd 9.60 dadnsusenlansy

AIIUID Yhuidnus Tulastau Woanesa  lnunalou uAaLgew wuniiFeu
(NN-P,Os-K:0/80)  Lidmnul nsu/au nsu/Au nsu/Au nsu/Au nsu/Au
(nSu/mu)
110-0-90 49 0.87d 0.06d 0.92e 0.08d 0.07d
110-23-90 84 1.50cd 0.10cd 1.78d 0.10cd 0.12cd
110-46-90 123 2.08¢c 0.13¢c 2.58¢ 0.15¢ 0.16¢
110-69-90 184 3.48b 0.21b 3.68b 0.25b 0.27b
110-92-90 238 4.34a 0.28a 4.81a 0.33a 0.35a
Mean 2.46 0.16 2.75 0.18 0.19
E-test x x x . .
CV (%) 20.92 23.54 15.15 21.30 23.81

wnewn ¥ = wanesiuegaliteddgynivadanssauanutiedu 99% fsnysimiieuiulupeduiifeaiulifinnuuanseiuegidl

o A

HydrAgveatanszAuaNTau 99% 1neis DMRT

3.2 wasiinleavieaiidulsslowd 64.60 fadn3udenlaniu wui wui1 mslddeveaia 69
wag 92 n.P,0s/fu vibiusunallulasiau Weanesa Inuvaley wraden wazuuntiden Tuwdaniungs
n118n318 uetadfuddydimneada lnenssudslddeveaa 69 n.P,0s/fu TUunalulasiau
woavle3a uazlnunadon lumdnnungeiignianadewindu 4.94, 0.47 waz 6.79 n3udedu mudiy
(A51971 6)

3.3 wasiirleaefaiiduusslond 86.20 fadnfusioflaniu wuin wui1 msladevoann 46,
69 waz 92 n.P,0s/Au vlvusunalulasiau wearesa Tnuna@en weadey uasuunddeuluwdanium
genindnsduetilduddrydmnean Taonssudsldadeean 69 n.P,0y/du fUsununslulnsiay
woalasa wazlnuna@onludngegn fenadowindu 12,24, 1.04 uaz 14.88 niusiedy nwdy
(A51971 7)
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M15°9% 6 UstnasimenmstuwdaniunuUasiineanesanidudszlew 64.60 fadnsusenlansy

N3N0 Ymdnus Tulpsiau WoanWeda  lwunadeu uAALYe wuniige
(NN-P,0s-K:0/80)  Lidamnul nsu/eu nsu/Au nsu/eu nsu/eu nsu/au
(nSu/mu)

110-0-90 69 1.05d 0.10d 1.60d 0.20c 0.13c
110-23-90 133 2.18¢ 0.19¢ 3.05¢ 0.36bc 0.18¢c
110-46-90 208 3.21b 0.33b 4.56b 0.58b 0.33b
110-69-90 322 4.94a 0.47a 6.79% 1.00a 0.53a
110-92-90 308 4.74a 0.45a 6.70a 1.02a 0.53a

Mean 3.23 0.31 4.54 0.63 0.34
F-test . x . . x
CV (%) 10.55 12.05 6.28 24.71 15.50

*% _ W | AW o o Aad‘uu A o 0n ZAZ. A usL v ¢ uleq W oA
N6 = WANAINNUDYINNUYAIAUNINENANTLAUAINULYDUU 99% AIDNWINNUDUNULUADANULAYINULNUAIULANANNUDY NN

HydrAgveatanszauaNTeiu 99% lneis DMRT

M15199 7 YSunausimermslumdaniuluUasiiiveanssandudsslevd 86.20 dadnsumeilaniy

n5513% Swinui Tulasiau Woawesa lnuva@ey  wAaLgey EGbGEHN
(n.N-P,05-K,0/A1) LUAANLN nSu/Au nSu/Au nSu/Au nSu/Au nSu/Au
(nSu/Au)
110-0-90 188 3.60c 0.34¢ 4.37c 0.77¢ 0.36b
110-23-90 351 5.83b 0.48b 7.22b 1.17b 0.59b
110-46-90 642 10.81a 0.96a 13.01a 2.20a 1.12a
110-69-90 704 12.24a 1.04a 14.88a 1.93a 1.03a
110-92-90 637 10.51a 0.91a 13.06a 1.95a 0.98a
Mean 8.60 0.75 10.51 1.60 0.81
CV (%) 16.83 12.72 13.96 16.96 18.91

*% _ o | AW o o Aad‘uu A o 0n ZnZ. A usL v ¢ uleq W oA
N6 = WANAINUDHNINNUYEIAUNINENANTLAUAINULYDUU 99% AIDNWINNUDUNULUADANULAYINULNUAIULANANNNUDY NN

HydrAgveatansAuANTauY 99% 1neis DMRT

4. nInauauaiansiddevaannvasniunazsning

8.1 wasfiiivleanedaiduusslovd 9.6 fadnsusoflansy wuin mandnniuniiadudiosns
Jovleamaiiatu msgnmunidolifimsladeneamn nunlinandn 148 ndusiadu eldiavoan
9991 23, 46, 69 LAy 92 NTU P,Os filaAu axlikandn 253, 370, 553 way 715 NSuseAU AINaIAY
sziiulaan nunlinandngegavindu 715 nsusdedu ﬁizﬁué’msﬂﬂammm 92 NSY P,0s MafU
Faaun"T quadratic Y = 0.0248X% + 3.9355X + 148 lnedien R2 = 0.9982 (i 1)
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800 y = 0.0248% + 3.9355x + 148 .
700
R? = 0.9982
— 600
Fsoo e &
ST
0 o
@ 288 ....... o
G PRt
= 100
0
0 23 a6 69 92 115
ans1eviaainn (n3u P,0./6)

Al 1 nseevauawioloneannvasnurulaiivieavesanduyszlewd 9.6 un/nn.

4.2 wasiieavledaiiulszlen 64.60 Tadndudenlansy wuin msvgnnuilelifinigld
Jeoeaun nulyinandn 208 nfusesiu Weldieweain sns1 23, 46, 69 uag 92 n§u P,05 Aedy
awlvinandn 400, 624, 965 way 925 nfusioAu Auamy Awiuladn nunlinandngsanviniu 965
nfusofu fiszdudasevean 69 nfu P,Os defu oinuTIagagilinandnnulanas
Faaunns quadratic Y = -0.037X% + 11.775X + 208 Tnedlen R2 = 0.9487 (nwifi 2)

1200

y =-0.037x% + 11.775x + 208
1000 R2 = 0.9487 O T °

800 e

2 T

& 600 e °

7 e

E 400 ®

&

< 200 ®

(=

<

0
0 23 a6 69 92 115
snsdeneann (nSu P,O./9w)

Awi 2 Msnevaussreleneanvesnwlilasiiiveanesandudsslovd 64.6 un/nn.

4.3 wasiiiweavlesaiiduusslony 86.2 Tadnsusedlansy wui1 msvgnnuilelifinisld
Jevloan nulinandn 665 niusedu oldleveawln §0e 23, 46, 69 wag 92 31 P,Os fady
awlvinandn 1,053, 1,925, 2,113 uar 1,910 Alansusials mud1du aziiuladn nwnlinandngegn
windu 2,113 Alansudels Aszdudandevealn 69 n3u P,0s dedu etfisyImnalsagyinlvinanan
nuvlanas feaun1s quadratic Y = -0.2188X? + 34.496X + 665 taedien R? = 0.9331 (1wl 3)
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2500
. .................
3 2000 S .
S oL e
@ 1500 -+ e
= y = -0.2188x% + 34.496x + 665
£ 1000 e
= Rz = 0.9331
@ L]
=< 500
0
0 23 46 69 92 115
gns1eniaainn (n3u P,O,/Mu)

Awi 3 Msnevaussneleneanvesn ulilasiiieanesandudsslovd 86.2 un/nn.

IINHANITNIAaRIRUNITRaVALIs oY ananavaInILess1Tn1aziuliindnwasnsv
puduiusszninadna eneamnsunanaan oo uid udunsauarlilyidunse aeandasfi
HAN1INAABIY4 Reis et al. (2011) lanpaeudnsidenaainn 3 ULV (triple superphosphate,
simple superphosphate kag magnesium thermal phosphate) ﬁ5m37 0, 12, 16, 24, 32, 48, 72 uaz
96 Alanu P,0s fals Han1IMAREINUTT Mnlerleaniia 3 JULUY N1smevauDsadsNDaATes
nuniidnuszfudunsslaesntogeanaslinanangagn siean Dias et al. (2015) hmsanaeusng
Jewoannlugy simple superphosphate fiszetu 0, 12, 24, 48, 72 waz 96 Alandu P,Os fals WU
dasevloalnlisnangsande 96 Alansu P,0s ssls Tinananniungegn vazdilddeeamngy
magnesium thermal phosphate Wy é’mwﬁiﬁmawﬁmqﬂqmﬁa 72 Alansu P,0s siols

5. HAABUUVIUNNLATEFAANS

msldteduiaduddysdensfiunandnvesiiy TnemsfiansaninagliteludnslaIsazduaise
NIV UABITATIENNINARDURNUNILATEFAY ¥30A1 Value Cost Ratio (VCR) §1A1 VCR 110031 2
wanIITANNANAIMNAATYgAIERS (Pevaiz et al., 2004) WU washivSinaeanesaimdulselovd
9.6 fiadnsusiaflansy nisladeneamln §n31 92 nsu P,0s siodu Winanauwuans (4,540 umsials)
wazAn VCR gedn (2.10) uagldsunananniungsan 286 Alansusiols ulasiiduiinameanssadiiy
Uselewd 64.6 Jadnsunanlansy nsladuneawn §ns1 23, 46, 69 wag 92 U P,Os AOAY
Tinaneuunuluen VCR 8551313 2.60 f9 3.67 usidlefansanswiusandnnurloysinilefuuas
F105Uud7 azwiudn msladeneas 8051 69 n3u P,Os Aedu lananauunugns 5,940 vmasls uaz
wawAn 386 Alansusels vaurd wlasiiviinameaesamiduusslown 86.2 fadnfusenlansy msldde
Woanngnswine Wnanauunuluai VCR ag5end19 4.61 81 9.33 winslddeveain §ns1 69
n3u P,Os efu TinanauwugYBgeaa 11,580 Umsels nandn 845 Alansusiels (m31afl 8)
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was ons1y NaNAR  MeRAmdiY  SeSuTiiiy AUYUNNMT G’fuv;uﬁt,ﬁu VCR
(NN-POs-K0/6)  (nnds) (. /ls) T
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wasdidl , 110-0-90 59 - - 4,478 - -
ool 110-23-90 101 a2 840 5,018 540 1.55
Juuseloa 110-06-90 148 89 1,780 5,558 1,080 1.65
9.6 4n/nn. 110-69-90 221 162 3,240 6,098 1,620 2.00
110-92-90 286 227 4,540 6,638 2,160 2.10
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Juusglowl 110-06-90 770 504 10,080 5,558 1,080 9.33
86.2 un/nn. 110-69-90 845 579 11,580 6,098 1,620 7.15
110-92-90 764 498 9,960 6,638 2,160 4.61

EREERN ST

Mg - Value Cost Ratio (VCR) =

) A

AuUNUALRY

wnewme : nunl 115 91u3u 400 sy

HAKER : 5981 20 umseilaniy

suyule : JegiSe (46-0-0) 11A1 28 unseflansuN, Jevsuldagiuasneainn (0-46-0) 1a1 27 U msenlansuP.0s
Jelnunaideunaslse (0-0-60) $1A1 30 UnABALANTUKO

dgunan1Innasg

wasfifuinameanesaiidulseloni 9.6 fadnsuredlandy nandanumstwiiosanie
sloawimifintu nwagnamidu quadratic Fsmulezsidnineuaussetovleamngsgaideldtovloamn
lugnsn 92 n3u lvinandn 715 nFusedu Iinanauwnuans (4,540 umsials) waza VCR gean (2.10)
wasiifiinameanesaiiiuusslow 64.6 fadnusoflansy nsmevauswietovleamngeanileldie
Woaalugns 69 n3u inandnnuvlgean 965nTusasy Iinanauunugns (5,940 vnsels) uag
A1 VCR g9gn (3.67) druudasiifiuinameanesaniduuselowd 86.2 fiadn3udenlaniu nuezsdm
nevaussiel vloalngegad oldeveamlnlusni 69 niu inandngegaade 2,113 nfureduy
TkanauwIugns (11,580 uneals) wagen VCR wiiu 7.15
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Potassium Response on Arabica Coffee Production
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Piyanun Wiwatwittaya®'  Varis Khaenkhonsh® ~ Kitiamate Jangsirikul® ~ Nuttapong Srisombat’

Chatnapa Khomarwut®  Siriporn Jarintorn®

NALLUgInen neldgiRNUademMnGnnanIsinens

ABSTRACT

Potash fertilizer application does not match to plant varieties and soil conditions, plant nutrient
requirement may not been met its need that cause plant yield and quality limitation. Arabica coffee
grown in areas with varying soil nutrient levels has the different soil potash requirements. The study of
potash response on Arabica coffee with the different potassium in soil at Chiang Mai province was
conducted to obtain the potassium response data in plant. The experiments were conducted at Chiang
Mai Royal Agricultural Research Center (Khun Wang) and at farmer's fields in Mae Win sub-district, Mae
Wang district, Chiang Mai province. Treatments were laid out in Randomized Complete Block (RCB) with
four replicates and six plants per each. The treatments consisted of five levels of potash at the rate of 0,
45, 90, 135, and 180 grams KO per plant per year, fertilizer application for nitrogen and phosphorus at the
recommended rate of 110 grams N per plant per year and 46 grams P,Os per plant per year, respectively.
The results showed that in plots with low available potassium levels responded best to the application of
135 grams per plant per year. This application rate resulted in the highest efficiency in potash fertilizer
usage, yielding an average production of 2,503 grams per plant. Additionally, it provided the highest return
on investment. In plots with moderate levels of available potassium, the most effective potash fertilizer
application rate was found to be 90 grams per plant per year. This application rate yielded the highest
efficiency in potash fertilizer usage, resulting in an average production of 735 grams per plant. Additionally,
it provided the highest return on investment. For plots with high levels of available potassium, the most
effective potash fertilizer application rate was found to be 45 grams per plant per year. This application
rate yielded the highest efficiency in potash fertilizer usage, resulting in an average production of 2,559

grams per plant. Furthermore, it provided the highest retum on investment.

Keywords: Arabica Coffee, Potash Fertilizer, Fertilizer Response
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0 45 90 135 uag 180 nfu K0 sadusiol lnennnssudslddululasiau wazdenoamns dns1n1y
Muuzth Ao 110 n3u N sedusial uwag 46 n$u P,0s Aedusietl nan1smaass nuI1 wlasifiuzua
Tnunadeuifuuszlomiogluszaui msladelnuny $n51 135 n§u K0 sedusied awiluszansam
Tumslilelnunvanniian Winandniads 2,503 niusiosu uasdilinaneuunuduesonisasuanniige
wasiduiinalnumadesmduussleioglusefuuiunans mslddelnuny 8n51 90 n¥u KO siedu
sotl agilsvansnlunslielnumunniian Iinandnade 735 nfusesu wagddlinanouunuduen
sonsammu dvduulasifiviinalnunadeniiiuusslovieglussiugs msladelnuny sas 45 niu
K0 sofusiel TuszAnsanlunislddelnunvunniian Wnandneds 2,559 nfuredu wazdald
NARDULMUANARENTAUINNTIgABNAY

o o w

AdnAy: Nurlazsdng Jelwuny nseevauewsiely
umin

mLLWaziﬂﬁ‘mLﬂuﬁﬁvﬁwﬁzgmqLﬂi@gﬁﬂﬁﬁmisﬁaﬁu’laﬁﬂﬁigszﬁuiaﬂ idesaniduinghuiiendn
Huintesiufiunmnueanased tagtunmsuslnanuniuuliugedu dwalvinnudosnisudaniu
dindumuludie SduinuninsatsmeTatuingnnuiiadu Tned 2566 Ysemealnedfuiiugn
nMulersSnUszanal 123,098 15 nandnsan 9,135 fu wawdnsiols 91 Alansy Tuvasgniidfaydau
Tngugnluiiuil nanile Tnedinandn 9,076 du Fmdaddiuimgugnann 1dun Smiadednd
Wea318 walgeddau Lasu1u ANaIRY Hande 3,790 3,185 658 604 fiu M1ua1AU (F1UnauLATEEAa
naAEAs, 2567) anwdiufifiuangaulunisugnnurersdninsiaiugdlidingd 700 wesan
sedutimeia qmmﬁm?{a 15-25 permwalded fUsunaiaulaisindt 1,500 fadwnseed uazdeddinig
nszneiruegsies 5-8 Weu SundsharerauazUiinanfisanelunisliiildnaondicuds anmiu
fupuanllaIn 50 wuRLnS (@ UUITLNYEIY, 2562)

nsudanunlerdnlildnandngauasdgunmduuonanmsliiugimnzautuanmitud
udastinisanmsiusagmslilelimnzantuanmituiivgnuazanugauauysaiveaiu iessnniu
uiavaneusTidnurUszdiusuasinismevaussienslivounndnaiy mniinsdanssinemsind
limnzasazdssaliivldusgemnsiliifomereruionis lrldnandnsuas lsifinauniw 3o
ynfigldsusmemsfiunifuanudesnis asiliaauaunavessnemns Yssneuduiiufinisdgn
nurlezdmdilugjeglunawmiefiimiuaatuguiliiianserdwosinomisiwlufivainnis
Inaumeniimsnomnulude fadudnnisdafefianseduanugauauysaivesiu usitagiudil
fuusihmslidefivnganiuanwiiuiidmsumulesndn nedhsiefuusthdmiunuezsndm
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dnlvgjdesendedeyainstelseinea smawslmaimﬂmaqmﬂumuaqmmmavﬂivmmamwmaam
nfilenna fu saenudadvdug uandieiu uazuenaniantuiteivaiu (2562) uugthmslddend
muogresiunun uazldleduridd 3-5 Alanduseduvdamaiuies Teszeznanslatonunezsdn
Jusgusziuaugaesanmiiuiivgndsinaneigniafiviies Juhliussansnmmanaadlaiduly
pathane Snisdeyafiugudunmsianissmenmslunssdanunessdndiiessin

Tnunadsuilunumddaysensiyidulavesiiy iusnomnsfimuaunszuumsiuyueady
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(Devlin and Witham, 1986) Wiefinuddnlunisadrawarmsindoudreemsmnuiuazimnialy
Aesdnfimdnssaiivln wavdluivBiduadedimviosdu nunadolunuiifehluidsslenily
fuvdsiuiaunannsaaeivesiiunazusininevansyinluiu nunadesdeglugleyyauin vie
Tnunaidoulossy (K+) whbuifivazanmsafageluliusslondld msldvslnunadensnaglduuy
raniadidAuAueulgniiald vieasldlaglseuuinfuudmsiuAunavilstugniinliud fvdivin
Tnunadeninezfiendte dunaszuniu Tudrandes waziAnduseslvsinavevly dmsuniu
Tnuvadesiiaddasonaifinuinvemaniu Paelvinaiula faanmd uazsuudauss mumudelse
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Aulddanudy Usuudunieingluduegluseduas windu 6.1 1Wesius YSunumeanesandu
Usglovdlufuegluszaudn wiiiu 5.6 fadnsudeflansy wasUsunalnunadeunduselovilufuey
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i - * Sousa et al. (2018)
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wilo-I 108y 171.5 lwuRiing uazvunavswiufiang fueen-ngTuan 1de 170.5 wufiluns (5197 3)
wawdn nuin Msladenunssiseneg livilinananniunuanssiumsada Tnelvinandnade 735
n3usiasy (5197 3)

2.3 wasiilnunadeniidulselovioglusziugs annislddenunssudseineg wuin ng
WiAulavasiuNwNiidusauIslAudy Ywanseiuiiemide-18 wasauansaiufianziusen-ngiunn
liunnsnafumeadd Tneynnssuisiduseundlaudu ade 18.1 wuRilues vunansaiuianie 14 w0y
179.9 wuRiung uazvuianssuiieazTueen-nyiuan 1ode 178.3 wufluns (15197 4) wandn wui
nsldtemunssaisaneg ilinandanunuanieiuneeda Tnonssudsi 2 mslddelnuny 0.5 i
muiuuzih Tinanangefign 2,559 nfusediu Fsliunnsstunisladelnuny 1.0 1.5 uag 2.0 winy
Auuzth winansafunslalatelnumy (ned 6)

M159% 2 Msasivlavesiunueny 8 U wuasidlnwnadenidudsslevdogluseium
(77.2 Hadnsumailansy) NLUaununINg HUaLIIY 91NN J9TInLTealn

N335 @usoullauauy VUIANTIN VUIANTINY NANAR*
(153 N-P,0s-K,O/611) (231.) Ao 1a ()  Areziuesn-mziuan (wu)  (N/AW)
1. 110-46-0 21.7 162.1 176.5 1,428
2. 110-46-45 21.3 163.3 174.4 1,445
3.110-46-90 20.6 160.2 166.6 1,577
4. 110-46-135 21.4 168.8 179.6 2,503
5.110-46-180 19.7 171.9 178.8 1,868
Mean 20.9 165.2 175.2 1,764
F-test ns ns ns ns
CV (%) 9.8 8.2 4.0 35.7

weme ns = hiuand1aiunieada
*wandn = Wndnanwannium
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M1519% 3 mswSeRulsvesiunureny 8 U wlamillwuadeniidulselevieglussaulunan (123.6
fiadnsusenlaniy) Naudidunnsvmatodl (U9 smuausiiu Sunewing Smindedl

QEEHEG! useunlAuAY YUIANTIVY YUIANTIVY HANGN*

(¥ N-P,0s-Ko0/611) (wa1.) Wmwnile-ld (wu)  Aiemyiueen-nyiuan (v (nSw/dw)
1. 110-46-0 18.8 167.5 167.7 281
2.110-46-45 19.2 168.8 166.1 513
3.110-46-90 17.7 163.9 162.5 735
4.110-46-135 17.4 175.6 172.5 567
5. 110-46-180 19.1 181.5 183.8 545
Mean 18.4 171.5 170.5 528
F-test ns ns ns ns
CV (%) 7.4 58 5.7 35.1

Weme ns = Liunneneiunieaia
*Wandn = dhnthanwannium

A135197 4 nsedgfulavesiuniunety 8 U uwlasidilwuna@euidulsslevdoyTuszauas (209.0
fadnsusienlaniy) Mrudidunumsvaadiedil (Yung suauiiu Srneuwing Jwiadesdl

N353 Wusounlay  AwIAnSIny VUIANTINY NANAR*
(153 N-P,0s-K,O/611) Fiu (a.) Aeuilo1d (wu.) Aangiusen-nziuan (Bu.) (n3u/61u)
1. 110-46-0 17.3 176.0 175.6 662 b
2. 110-46-45 18.0 180.4 168.5 2,559 a
3. 110-46-90 19.0 179.4 182.5 1,824 a
4. 110-46-135 175 184.2 188.3 1,963 a
5.110-46-180 18.7 179.6 176.7 1,778 a
Mean 18.1 179.9 178.3 1,757
F-test ns ns ns x*
CV (%) 7.6 5.5 5.7 22.9

Weme ns = Liunneneiunieaia
* = upnansiuegslidudAgniseianseAuauiiony 99% msnviimdoudulureduiifeddulidaulansi

'
o

fupgafiteddnymnsadffisesuanuderiu 99% g3 DMRT
*ANAN = ﬁqﬁﬂlﬂﬁﬂmgﬂﬂquw
3. Usunasanamshuaaaniunassndn

3.1 USunallulnsiou veanesa warlnunaouiiazanluwdaniunezs1dng wlasiiivsua
Tnuna@oudiduusylovdeglusedus wuin nslddemunssudseneg ldvinlsiusmalulasiau
Woanesa waglnuna@ou Tunandaniuniann19iunieadd lnedusunululasiau Weanesa Las
Tnunadonitazanludaniun wie 5.38 1.22 uas 5.13 nfusesu MUy (3197 5)
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3.2 YSunallulnsiou Weanesa waslnunafouiiavauluudaniurozsidng wlasisdusuna
Tnumadeniidudsslomioglusziudmnats nuin msladenunssudseineg hiviliusinalulasieu
Woanesa waslnunaon Tunandaniunuansnanun1eana tnedusunalulasiou Weanesa way
Tnunadeufiazauluwdaniu Wiy 3.73 0.27 uwaz 1.15 n3usofy auaIsu (13197 6)

3.3 USunadlulnsiau veanesa wasinunadvuiiazauluudaniurozsidni wlasiidusuna
Tnunadouidulsslovleglusziugs wuin mslademunssaisaaeg liviliusinallasiau eawesa
waslnuwadon Tunardnnunuanssiunsada Tnedusnalulasiu Wearesa waslnumadouiiayay
Tudanusl wde 10.96 1.11 way 3.59 nSusedu AudWy (5197 7) Faazdiuinn 3 wlas Susunn
msazanlulasiaunniign sesasnfeUiinalnunaden wastiinueaesatosiian

A13199 5 Usinasnemsiavadluwdnniwnersndng (nfusiedu) wlasniflnunadeuegluseaus
(77.2 SadnTusieilaniu)

QFRHES s Uinasnovnsfiazasluwdaniun (n$u/fu)
(NS N-POsK0/61)  wdanund (n5u/6w)  lulesiau Woanesa Inuvadey

1. 110-46-0 231.75 4.18 0.88 4.88
2. 110-46-45 24555 3.13 0.63 3.35
3. 110-46-90 247.50 578 0.88 4.73
4.110-46-135 436.33 7.23 1.53 6.78
5. 110-46-180 630.13 6.60 2.18 593
Mean 5.38 1.22 5.13
F-test ns ns ns
CV (%) 44.1 57.8 4a1.7

UGG ns = Tlwanenatumeada

A1597 6 USunasmesiiazauluuinniurezsing (nfusiedu) washiilnunadeuegluseiv
Uunans (123.6 Tadnsudenlaniy)

QEEHET dwiinuia Unasinevnsiiazaslumdaniun (n$u/du)
(N5 N-P,0s-K,O/A1) waan1n (nS3/dw) Tulmsiau Noanasd Tnunadey

1.110-46-0 84.08 3.40 0.15 1.03

2. 110-46-45 89.25 3.83 0.15 1.25
3.110-46-90 86.00 3.98 0.38 1.38
4.110-46-135 95.00 378 0.38 1.03
5.110-46-180 92.25 3.65 0.30 1.08
Mean 3.73 0.27 1.15
F-test ns ns ns

CV (%) 437 45.5 ar.7

VUMY ns = Liuaneeiunaaii
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A1599 7 YSinasgeinsfiazaluudnniurlezsnini (nfusiesiu) wasiilnuna@eusgluseaugs
(209.0 fimdnTusioflansy)

as5133 ST Vinasnovnsfiazaslumdaniun (n$u/fu)
(NS N-POsK0/61)  wdanud (50/6W)  ylnsiay Woanesa Tnunadey
1. 110-46-0 172.08 5.70 0.53 223
2. 110-46-45 577.33 12.20 1.58 4.13
3. 110-46-90 448.88 14.48 1.13 3.75
4.110-46-135 314.50 9.35 1.18 4.53
5. 110-46-180 266.71 13.05 1.13 3.33
Mean 10.96 1.11 3.59
F-test ns ns ns
CV (%) 39.9 355 35.8

UGG ns = Tdwanenatumeada

4. nM1snauaupnansitdalnunyvainiunazsning

4.1 m3nevauesensielnunyvesnunesdn wasivinalwuadeuiiduusslon
oeflusesiusin (7.2 fladnsusioilansu) wuin msugnmuviilelsifinisladelnuny nullvinandn 1,428
nSURDAY LLG]ILﬁI@I?i{JEJIWLLWU m31 45 90 135 way 180 nSu K,O fanu axlvinanam 1,445 1,577 2,503
uay 1,868 niusesu amdiy sziuldin nulvinandngeanivintu 2,503 niusedu Aszdudnaie
T 135 134 K0 safiu feaums quadratic Y=-0.00815%+5.1349x+1428.3 Tnefian R2=0.483 (nwifi 1)

4.2 mamevauesionslivelnuvueaniunozdng wasisiuiinalnunadendidulselov
oglusziutunans (123.6 Tadnfudenlaniu) wui1 msvgnnumdlelsifinisladelnumy nunlyinanas
281 n$usiodu usilelaelnuny 091 45 90 135 waz 180 N3 KO sodiu aglvinandn 513 735 567
uaz 545 n3usedu mudiy agulidn nulinandngeanuindu 735 n3usedu fisyiusnselnuny
90 N3 KO sefiu feauns quadratic Y=-0.0319x%+7.0459x+280.55 lneilen R2=0.863 (A0l 2)

4.3 mymevauesonslivelnuvueaniunozdng wasisiuiinalnunadeniiiulselov
ogfluszugs (209.0 fladn3usiedlansu) wui1 msugnnuvidlelsifinislddelnuny nusliuandn 662
n$ustesiu usldeldvelnuny 8091 45 90 135 wag 180 n3u KO sedu azlvinandn 2,559 1,824 1,963
way 1,778 niusiedu auadu asiiulaan nunlinandnasganindu 2,559 niusediy ﬁizéﬁ’ué’mw{jﬂiw
W% 45 N3 KO dediu fiaunts quadratic Y=-0.1398x¢ + 30.29x + 662.23 Inefien R?=0.548 (il 3)

Fenzidiuine 3 wlas fsadnunadeuiidulsslond eglusedum dunans uazgs oy
Saselnunildsuniunezadng luvilinandauaznisnevaussey slnunudiiud uusog1ala
Murrell (2017) 5189771 USsnadwunadendidudslov Tufuldliuaastiifufsimalnumadon
fanuaiifiwazannsonilUle Audifinugeuauysaisiteimalnadondulsslond uay
Tnuna@ouiuaniudeulils lulusniivazgalnunadendiduusylond llduselond defuilusua
Tnuna@eniiduusslovd anas InunadeuiivanivdeulildazgnianUdosoonuunuil iiesnwiauna
vaalnunaBeLAY
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5. HANBUUVIUNLATEFAEAS

msldtedutladvddnpomaiiunandnvesiin Tnemsiarsanritegliveludnsladazdueise
N1SAMNUABIINATIENNIHANDULNUNINATEFNY MTBA1 Value Cost Ratio (VCR) 9@ VCR 11AN71 2
wansIfimuAuA M ATEgMans (Pevaiz et al, 2004) wui1 wlasiiuinalnumadesiidulsslov
oglusziunn msldielnuny §as1 135 n3u K0 sedusied Winaneuunugns (8,600 umsels) uazen
VCR (3.18) guan uazldsunanamnungean 1,001 Alan3usiols ulasidusinalnuma@euidudsslovy
agluszauyrunats mslddenuny 8ms1 90 war 45 n3u K0 sadusel nanouunulusi VCR
0831319 2.02 f9 2,06 usiilefinrsansiuiunanannurley N Imildfuragseund ezt msld
el §9571 90 3 K0 sedu Iinanauwuans 3,640 umiels uasnanan 294 Alandusiels vouzd
wasifiBinalnunaBeuiiulssloviegluseiugs mslalelnunedngising Winanouwmiluel VCR
agT¥ning 2.47 88 16.87 usinsladelnuny 8051 45 n3u KO siasiusiel lvinanauunugvsgean 15,180
vmaels wanan 1,024 Alandusels (15197 8)

M13197 8 TATIBMRARRUWIUINLATYgANanTiansTdleveaniunaysndn

wuag 5@51ﬂBIWLLW% NANER mamamﬁu iﬂ&l%lUﬁLﬁliJ G’fuvwmmw G’fuv;uﬁt,ﬁu VCR
(nFu N-POs- K06 (ls)  (n/l9) Ty
(ww/ls)
wasdidl  1.110-46-0 571 . . 3,758.26 . .
U3 2. 110-46-45 578 7 140 4,658.26 900 0.16
Tnunaides 3. 110-46-90 630 59 1,180 5,558.26 1,800 0.65
agluszdu 4. 110-46-135 1,001 430 8,600 6,458.26 2,700 3.18
1 5. 110-46-180 747 176 3,520 7,358.26 3,600 0.97
wasidl  1.110-66-0 112 . . 3,758.26 . .
VRGN 2. 110-46-45 205 93 1,860 4,658.26 900 2.06
lnuvaigen 3. 110-46-90 294 182 3,640 5,558.26 1,800 2.02
agluszdu 4. 110-46-135 227 115 2,300 6,458.26 2,700 0.85
dwnae 5. 110-46-180 218 106 2,120 7,358.26 3,600 0.58
wasiid 1. 110-46-0 265 - - 3,758.26 - -
TRHRGH 2. 110-46-45 1,024 759 15,180 4,658.26 900 16.86
Inuvaigen 3. 110-46-90 729 464 9,280 5,558.26 1,800 5.15
aglusedu 4. 110-46-135 785 520 10,400 6,458.26 2,700 3.85
g 5. 110-46-180 711 446 8,920 7,358.26 3,600 2.47
WUBLAR © Value Cost Ratio (VCR) = eFuTd
Funuiiia

wnewme - nunl 115 971u3u 400 sy

HAKE : 59A1 20 umseilaniy

sunude : JueiSe (46-0-0) 31A1 28 unsenlansy, Jevsulagilesweaa (0-46-0) 1A 27 umsiedlany
Jelnunaiduunasls (0-0-60) $1A1 30 UmsieAlansy
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dyUnan1Inaasg

wasiiiuinalnumadeuidulselovieglusedui (77.2 fadnsusioflania) nunozsdnn
novaussietslnunvgegailiolaelnuny §n31 135 n3u K0 dedurel Inglvinandniads 2,503 n3u
fef uaziilofinnsananeuLwnaAssgaans nslivelnuny §ns 1.5 wimuduuz (110-46-
135 31 N-P,0s-K,0 siadiusiall) fuszansnmlunslitelnummnniian uaslinaneuunudueidonis
aWuINTig

wasi FuFunalwunaeuiiduyssloviegluszdudiunats (123.6 fiadnsusedlansy)
nMuvezsdnimevaussiedelnunvgsaaidelddelnuny §n51 90 nfu K0 siodusiol laelsinandn
\de 735 nfudedu wazileflansunansuuumaATsgaans sldelnuny $037 1.0 iy
AUz (110-46-90 n3u N-P,05-K;0 dadusial) TUszansamlunislidelnunsundign wazls
HARDULNUANAIRDNI TR

wasiiuBnalmumadeuiiduuseloniogluszdugs (209.0 fadnfudenlansy) nuvlezsdn
novausssiotelnunvggailolalelnuny ns1 45 n3u KO siesiusiel Tnelvinandmiads 2,559 n3usie
#u wazilefiansannanauunumaaseganans wuin nslielnuny §as1 0.5 wimueuugdi (110-
46-45 n¥u N-P,0s-K,0 sladusiel) fuszansamlunslitelnunvunniian wazlvinaneuuvuduaise
AsaUINNTIEN

AUBUAN
Afedldfunuatuayuanddnnuengnssunsdsasuinemans Iouazuinnssy
(@nan.) SaAUNTITINTINYAT LazvevouAMKSILENIALITuinunIralsdesluel ldeyinsie
wasnunesinmdmiuldlunismeass gavneveveugaudmiiivavinuilalinisthewmaslunns
yhandeluaded

nsinanuITelulduselevl
1. Yagani1snevaussreniknezsndnisenisinnissineimstuiu anansatldldidudeya
fugnilunslieuusinsdansiuazdelnumslumamdaniunozasdnn Wuuwamliinunsns
ansnhluldlumsifisdssansnmmssdanunoz s infilinaneuuumaasygiaduauinisamu
2. ansathdeyaiildaneuiseadedlusrenanioufuliruiuiaug Sunduuselowity
fnirnsinensvesnsuivmanenskazmiaeaudug tlvldlumsiaunuidesuiuesds uay
anunsadavihAuzinsiidedunuersdndmsulimuugiinmslddeuninunsnsidegragnias
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Method validation of quantification and efficacy of microorganism
in Phosphate solubilizing biofertilizer
91119 1Bess30r9al’ qusiid Sumne’ auser iy’ eussind legsiay?
Amnat Eamvijarn® Supranee munmai® Sonthaya khumtib' and Amornrat Chaiyasen?

nAuITeUgivinen NI YR TILNTHARNIINTINYAT

ABSTRACT

Phosphate solubilizing ability and Viable Plate Count are the methods for selecting the
microbial quantity and efficiency for phosphate solubilizing biofertilizer. Talaromyces flavus and
Bacillus megaterium had high ability to dissolve calcium hydrogen phosphate. Two these strains
were used for method validation. The results revealed that the repeatability of T. flavus was 0.63
and 0.59% of coefficient of variation (CV). The accuracy test at 10" and 10* concentrations were
102.30 and 104.30%. The LOD and LOQ of method was 4.39 and 2.12 Log;oCFU/g. In addition, the
uncertainty of measurement based on Viable Plate Count method was 0.11. Furthermore,
repeatability of B. megaterium was 1.94 and 1.64% of CV. The accuracy testat 10" and 107
concentration was 94.80 and 97.87%. The LOD and LOQ of method was 6.40 and 3.88 Log;,CFU/s.
The uncertainty of measurement based on Viable Plate Count method was 0.31. Importantly, the
within laboratory reproducibility test by between-analyst variation of both strains were non
significance at 95% confidence level. Thus, Phosphate solubilizing ability and Viable Plate Count

methods were suitable for use according the standard of analytical method validation.

Keywords: method validation, microorganism, phosphate solubilizing biofertilizer
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UNANE

n1snadeuysedninimnisazateueaiduulalasiaunoans wazn1suulIuiagdunidaiy
35 Viable plate count [WuiAliAndengaunIdduielimuauaunmisdinnazareneain
lnuAnLaen Talaromyces flavus wag Bacillus megaterium L‘ﬁai%’ﬁ]uv’f‘?aa;ﬁuw%sj‘é’wﬁﬂumwmaaa
NAN1INAGBY WU T. flavus wag B. megaterium fanuansnsatunsazasunaidesulalasiaunaais
wazsldaluemmsiente nmansingeuauldlduveiisnageurende T. flavus wui1 MsnAEey
ALl (Intermediate precision) fiFduUsEanSALWUTUTIU (CV) Wiy 0.63 war 0.59 Wedidud
nsnAdeUANLLINYTISidiSerarMsPunduveisnaaeuiissiuaududu 101 uay 107 Sawade
Wiy 102.30 wag 104.30 Wesliud Annududusiigaiiiesesils (LOD) uazAramItadusgai
ansadadisusunals (LOQ) WA 4.39 way 2.12 LogisCFU/g muanau wazAtauluiuueuaeg
AsMAReUWINAY 0.11 Yausiiide B megaterium n15VARBUANILT BT CV WU 1.94 waz 1.64
Wesidud Arfesavmsfunduresiinadeuiisesiuanududu 107 wag 10° fAadewitu 94.80 uay
97.87 WasL9ud A1 LOD wazA1 LOQ wiNAU 6.40 way 3.88 LogioCFU/g ANUANAU LaLAIAIY
TuueuveINIsNAGaUWINAY 0.31 Yasfin1snadeuaILfiBaluy between-analyst variation Tagld
Student’s t-test fiszduaand ety 95 Wesifus vesadunidia 2 via Liflauuandsiunieadi

a a +

At neaeulsEansamukazn1sdulTunaiunsdludedinnazareneamneieds Viable plate

]

count TAMUNES AUV WALIANANITNTIVIATIZATNONFDILALULTBD

Y

o o w a6

AdAey: N13nTdeuALlduedis, 9aunsd, Jetin nazatenaaine

AL

Jodanmararerloamafindadunisdludagiulszneudieqdunis 2 Ussian Ao s1uay
wuaii3e tnegduniswmaniudesliinuasdussaninnnisazatsnzneu CaHPO, Tua1msld o
Hogaunidansduaseyt Tuthigiumessnmswazienswhnandafiosinite uazvedunsideouts
P20 Tngmudszniansudsnainens Bes msvetunslou n1seenluddynistunsdeu n1sve
whlesenisngideu waznisvewnlusienisnsileudedanin w.e. 2552 fesluunaqaunidusenns
lsitfeenth 1.0 x 107 aladdedmtindedann 1 nfu wieqdurddussnnuuaiiselsidesndt 1.0 x 10°
Taladsethnintedanim 1 nsu wazfesszyUSunandunidsuseusazanaie vainsuinninnuns
lgvinnsfinen Auadl Rewazinwaulindnduriledanmasaenean lnednyazvoindnduadu
e FFuUNITUsELANTIENG Penicillium sp. (Syegdunuguuuedawmne Talaromyces sp.) HUSu0
QAuvIEsusesTLTaunduslitionndn 1.0 x 107 eladsethmintedinm 1 n¥u fianunsnazansiiu
woawlnuazvleamnifoglunuusguiiieldlsildliasanseenunidulssloviunfis wasddnnaiffiem
aunsaduasiziansyslunissyiulavesiy nanlaiwdndusidedininazateveamnnuainsy
Jininnuns Grefitlildsmemnseanedafiniy uastsduaiumaniyiulavesinfllddedanm
avangoainm (AVENgU1INELU ISBN 15013-0010)

Tuiligtuinisfnummadauenuagnnasuianssunisazaneeamnvesgduvsiniuiiosnn
QauvEdaninsadsureamnlvioglusuiidulsslend (HPO vie H,PO,) fsBnugdunidnaisanai
anunsnazargnedlne L% u Acinetobacter, Agrobacterium, Bacillus, Burkholderia, Pseudomonas,
Pantoea Wag Sinorhizobium (Babalola and Glick 2012; Chen and Liu 2019; David et al. 2014; Istina
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et al. 2015; Zhang et al. 2019) FqAuVEdaHAnnsABYEduaznInetunId \Wu niavlesin nsnuanfin
nsntnalada nsaundn amasn wavnsalusin Wi Tunsavaneneawln (Kalayu 2019; Rashid et al.
2004) 518910284 Elias et al. (2016) FALENTIANUTIUTBUTINAY WU nenan 67 uzdowne uwazdos
Tudszimmasleiouuenms Pikovskaya's (PKV) agar tdanun 359 lelaian Uszneudaes Aspersillus,
Penicillium wag Fusarium @aild1 Phosphate solubilization index (SI) luaia4 1.10-3.05 @onndaafiy
Mahadevamurthy et al. (2016) Favndeunisazanenea AU PKV medium v8497 Aspersgillus
niger wag Penicillium sp. ﬁLLsJﬂmﬂﬁuian’mé"’;Qﬂ"Lfi (chickpea) Tumafenfuansaldnmsninain
nagauNTazatueanvaswuariiselmguiu Ing Paul and Sinha (2017) nadeumsazatavedilnves
WUATISy Pseudomonas aeruginosa KUPSB12 Tuems PKV wuuwian 7isesuainududu 219.64 «
0.330 pg/mL WulndiAn Sl vinAu 2.85 waNni Pande et al. (2017) @nsaldo1ms PKV nndaunns
avaneweaNnes Alcalicenes aquatilis wae Burkholderia cepacia uenlddululsznaduie waxd
n1sAnwIUszdns nannisazatunedanlaeled o115 Double-layered glucose yeast agar (GYA)
Lﬁamaawizﬁw%mwmaaﬁa Bacillus mojavensis Wag B. megaterium mﬂL%@ﬁLLaﬂiﬁﬂﬂﬂauLLﬂaﬂﬂqﬂ
pogludrinuasaissalanie (Chungopast et al., 2021)

siesgidefinmarargreas sinldemnsimnglumsduliunauasmegeulssdnsam

q

FBmsifleuldiugduiddAty fe I5ugdunsdnidin (Viable plate count) iWunsudwIugduwsd

nadiTineg@iamsamindsinaaigiviaiduslaladlivuenmsiu (Agar media) Mansiatiuay

I o A A o = = o A a a Y 1 U a & &
ﬂ'ﬂllLLZJUEJ']VH’!@ILllamaaﬂqﬂﬂﬂqiL"\]@"\]qQ‘IUigﬂUWLﬂll']ﬁall Qﬁumifﬂum'ﬂ@ﬂ%‘mi%f\ﬂﬂmﬁﬂ DIV YYD

a 6

Witnrauiuldunsy gumgiinazannzwindeuwmnzay Tud w.a. 2566 nT1I¥1NSINERTAUTUUTS

A ada

wisdaises AiedsTmmeidedinin alinuignuiinganininsgniswasionyuaiuisadlly

1Y [ a

Uszendld wsgldsiusumdnnisinssiuasmedianis q Aldlunisiinssigdunidioduuumie
Tunswaundndaandedinmliigunin visildelidnis@nwideaiunisnsisaeuaiuldlaves
A5ART1ERUTUIU wazUsednSamadunidludedinmazaneneawn sauvien1s@nwideluiite

sananianudfysanismiuguanuam ulud uazudeis
4 ad
aUNIULAZIGNTT

gunsal
1. 9nsiaeade
1.1 swnsiiswuniiiae 1wy Nutrient agar (NA) w3e Plate count agar (PCA) Mfnansuftue
Cycloheximide ag Nystatin Lﬁaé’ugamm%zmmﬂ
1.2 mmil,??sm’] 19U Potato dextrose agar (PDA) 38 Glucose ammonium nitrate agar (GAN) i
WinasufTiue Streptomycin Wadufimsdyvesuaiide
1.3 GYA double-layered agar medium
2. asiadl
2.1 95% Ethyl alcohol
2.2 asaranedmsuiFons Wun thnduniertnnses wse 0.85% Sodium chloride
2.3 1IN Sodium hydroxide
2.4 0.1N Hydrochloric acid
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2.5 0.5% Cycloheximide
2.6 0.1% Nystatin
2.7 1% Streptomycin sulfate
3. \saddle
3.1 1309t (Balance) 2 way 4 I
3.2 g’fﬂa@m%a (Laminar air flow)
3.3 wifeflsmnusiule (Autoclave)
3.4 \3penaNaswUUTY (Vortex mixer)
3.5 gauauiau (Hot air oven)
3.6 fusdle (Incubator)
3.7 ipSeaagn (Shaker)
4. gunsal
4.1 MILAINLNEE (Screw cap bottle)
4.2 iaeannapd (Test tube)
4.3 9unde (Petri dish)
4.4 uyiauMie (Glass spreader)
4.5 Ywn (Pipette)
4.6 yanndgasazane (Dispenser)
0.7 wieaufildluresufiing
%019
1. MIETENFIDLNS
Fovsinegmuddiu §1uaz 10 wh seasazaneiearsiodnesel
1.1 Faognesiuan 10 ndu Tdluneiidansaranedeans Afehdeusings 90 fadans wederses
el Uszanas 20-30 unit finnada 100 seuseundt agldmetnalofinmideans 107
1.2 Ynseg1adeans 10" Usuns 1 faddns ldlunasanaassiiflansazaredmiuiieansiitei
Houdrusinms 9 feddns welhdrtudeniemauasuuuiiy agldmegaednimienns
107 undwrhnsidensmudduaudssiunnuides 103 107, 107
2. MstuUsIu
2.1 MstuUSunauanise
2.1.1 YuUnde819a15uv7ua0s i seiuANE 9919819 9 Fausl 107 quiasziunuieandi
Hoan1s 91nde 1.2 szduaz 0.1 adans asuues NA wie PCA iwdeuly indelnszane
avhauethiovihenafeuuie Tuflaonde
2.1.2 tnmumsdeluduue flgamal 30+2 esmuwaidea Wuserna 2-3 Yu
2.1.3 Tuswulaladluaumzderifidewsa 30-300 lalad
2.2 M3uuUTIIuNT
2.2.1 TUnd10819815u07ua087 58AUAINUT 9919619 1 Fausl 107 audesziuaieani
Faans 1nde 1.2 seduay 0.1 Naddns asuuewns PDA wde GAN fiwdeuly indelwinszane
avhuaueiiovihenafeuruiue Tufuaendo
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2.2.2 tnmumsdeluduute flgamafl 30+2 asmwaideoa Wuszerna 3-5 Tu
2.23 Tusulelailuaumzderifidewse 10-150 lalad
3. MsUssillulsgansninnisavaevaams

3.1 WzRAUN3aLUUYn (Spot inoculation) 51 91uu 10 leletan wazuuailiss $1udu 13 loluan
Uummilﬁau%a GYA double-layered agar medium Fadmznou Calcium hydrogen phosphate
wavag tneldiiudelunsnade vudofigumgfl 30+2 sswnwaidoa Hussoznm 7 fu

3.2 Wevmdensu 7 fu Yarrmniavendannveulalaffweuuenvendla
Tapruninavesla = s uaudnansvenla - ushugudnavedalail

3.3 UssiliussduRanssunsaindlavesgduid Wevumdailuszesna 7 u lnefinasinisusady
seaulsednsninnisazatenznau Calcium hydrogen phosphate manﬁuw?ﬁmumma%wm
ala il 52U 1) 0 Tofluns 56U 2) 0-3 TeAms 58U 3) 3-6 Tadums s 4) 6-9 Tadluns

WAZIEAU 5) 1INNT1 9 Taduns

4. nsnvaeunulylavesis
4.1 MIVAABUANITIB (Precision)
nsnaaeulaetd 1M1 3iAs189 2 AU (Intermediate precision: between-analyst

variation) Ineaapuifuuiinaaduniddensutsdanim S1uau 20 41 Tasdmdnfitinsed
2 au Wnevaaeuluiulazaniizfediu Auavduiudunsdluniiy CFU dansudedinin
Aady wag %CV Tag %CV azdpili < 10 FswoufunazUseiunsinunas uasTeuiiou
Srunuqdunsdaensutedanin Afeldanidmihitnseding 2 au aeld Student’s t-test 7
anuidesiufesay 95

4.2 NMIneaauANLLY  (Accuracy)
Relative Accuracy (AC) g 5eAUYBIAINATINUTENIUSIIMTILazRUATISERaNSUYeTIn N

flFntetinmuuunuaziaide Tneuuiuiudeds Viable Plate Count

4.2.1 deey Nﬂﬂ%’gmmwumﬁL(ﬁammﬂiﬂ Talaromyces flavus wagiUpiilsy Bacillus megaterium
neUSUIAYBE19Be ST 10 n3u wvhmadenisddiudiu 10 wih (nade 1 mawRendaeeng
faugt 107 s 10° wdwhmsutinandundaensutletanmainnsadeudeis Viable plate
count Inevhmsgransazaneianudadiusssiu 107 @9) 10° (han9) 10° vde 10° (1)

4.2.2 vhénegnaiad a)l T w3 euanns1 Talaromyces flavus waswuaiiSe Bacillus megaterium
LS U3 VBB S 10 n3u avihmadendidudiu 10 wh (rardie 1 mawReudaeeng
daust 107 fa 108 udwhmstuUiinaawdrensutlefinmanmaageud et viable plate
count Ingvhmspeansazaneianudadiusesu 107 (@9) 10° (han9) 10° (1)

ntuhadilganduammen % recovery Tneilen 80-120 FulUuazan %CV SAwifunse
Weendn 20 (nilugn uazAMe, 2559)
4.3 nsAANUliLUEaUYRINIINAADU (Uncertainty) 11998%33eN

4.3.1 MITUUTUIURAUNTE
4.3.1.1 1063 10£0.1 n3u veation 20 Fregs Fredsaz 2 41
4.3.1.2 fetnaaiil (Y1) Wigmaaeueud 1 1uinaaey wazfeds (vj2) Winaaeuaui

2 \Wuimnaeu
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4.3.1.3 ¥manaaeusiogiaiionunnagdunis
4.3.1.4 wastoyadilsangmaasuusazailyioglugy Logi,CFU
4.3.1.5 41AUIUALE RS

N1511A1 Standard deviation of reproducibility

Sn= o= Zin, (Vi1 = Yj2)®

Toefi
S = Standard deviation of reproducibility
(Yi1-Y2) = HARNIYBIHANINARRUIINENAFBULiazALlUFU LogiCFU
n = UIUAIDYN

i = APUNUDIADEN

4.3.2 msminaAr UL UIIN AR UTNSEAUANMTOLIU 95% (Expanded Uncertainty)

Taei
Ugsoy = AauluiueuveInSInaeUTisyRuAIILTesiu 95% (Expanded
Uncertainty)

Sk = Standard deviation of reproducibility ﬁiﬁmﬂﬁ’]mm

2C = Nai’amaﬂﬁi’mmﬁgauﬁsjvgﬂszgjgﬂfuadmiwmaau

0.18861

Z—C = Variance component due to Poisson distribution

JTYLLIAN Sudiy nanAu 2564 éuqm AU 2566

A0UMIMNINARBY  NFUNUITERAUNIOAY NguITeUgINe
NBIYNAILITITYNTHAANINITAYAT NTUNNUNIUAST

NANISNAADILAZIANTO

1. N159AUsEANSAINATITAazANaNENR

Andensiazateean Talaromyces flavus 31w 10 lolwian laun lolwian PS8-63, PS12-
63, PS14-63, PS17-63, PS34-63, PS8-64, PS9-64, PS10-64, PS11 - 64 Way PS12-64 uazinusz@nsnn
AsazatgNadNAUUB111S GYA double-layered agar medium Fafimzneou Calcium hydrogen
phosphate avag Liotudoasy 7 Yu wuin adreslasylutisening 9.740.15 f 18.7+0.12 w.
Farna 10 lolewan fiszduianssumsazatemsnau CaHPO, luszsu 5 anansaasnaadlannnnin 9.0 w.
Tnglolaian PS34-63 fiUszAvEnmnsazaneweaNngfian wify 18.7+0.12 1. sosasnie lelaiamn
PS17-63 wag PS9-64 fiUse@nSninnisazatewedWminnu 17.3+0.25 wag 16.7+0.12 Uy, AIUaI6U
vauziiloloian PS14-63 ﬁUizﬁ‘w%mwmiasawWaaLWmm"’wﬁqm WA 9.7+0.15 . (AN371971 1)
naAvIMnnasinsAnyidonagiaundnsarideinmazarovleamlniisiusansamuazasnsa
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TlaAuiyaewin 1w usa dle dule 41lne Sudrzuds win wazuzide Wudu lagldsana
Talaromyces aff. macrosporus Judeluniswan (nsuivnnisinens, 2564) Sails1eaunnsanens
T. flavus fifianuanunsalunisazaneneawnsiufuslunesisen Gisaspora rosea lunsugndiand
wuansansgdunssenvesalesnluneilse drefiumationdelusin uasiiunisazaneeain
wenanifisn T, funiculosus uas T, pinophilus @snsoazanseliuvissweamalamiguiu (Monica et al.
2014; Kanse et al. 2015; Majumder et al. 2019)

Andenuuafilsavaneedas Bacillus megaterium 37wy 13 lolaian laun lelaian PS1-
65, PS2-65, PS9-65, PS13-65, PS16-65, PS23-65, PS24-65, PS38-65, PS41-65, PS1-66, PS2-66, PS7-66
WAy PS16-66 wuin UszdnSanlunisazareneainnegluga 0 s 10.320.12 uy. fdsgduRanssuns
avangmznou CaHPO, aglusedu 1 - 5 lng PS2-66 UszAuianssunsazatenznou CaHPO, Tusedu 1
Ao ldazarwnisazanenznounean lolgian PS2-65 szvu 2 @3192dlaning 0.1 o, d@au PS1-65, PS9-
65, PS1-66 waz PS16-66 326U 3 @31929l@n119 4.740.12 99 5.3+0.06 . PS16-65, PS23-65, PS24-
65, PS38-65 Uag PSA1-65 53U 4 @3519291an119 6.3+0.12 §19 8.0+0.10 13, Lay PS13-65 Lazseau 5
a¥nlantie 10.320.12 1. fe PS13-65 Feiluszansnmmsazaemzneuleamaldfifign (el 1)
A8nARINY Kang et al. (2014) AnwwuaiiiSvagateveainn B. megaterium lun1sugnianisalu
Ussmenva wuin nannsesnan nsmedtn uazilisan sen saunenminanvesiiviindy yenand
faflsenuuuadiednvansanaiianansonannsaduvisdfiazareveamals W Bacillus, Burkholderia,
Enterobacter, Klebsiella, Kluyvera, Streptomyces, Pantoea Wa g Pseudomonas g | NG RMEFRET Lﬁm
nanaalENTY (Martinez-Viveros et al., 2010)
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A15199 1 Uszansnimnisazatenednuessi Talaromyces flavus 37w 10 Telaian Laguuaiisy
Bacillus megaterium 31u3u 13 lolwian

Uszansnimnisazany

FEAUNINTIUNITAZABAZNDU

a1y F18WUIIAUNTE

e Woawnen (ua.)* CaHPOq
1 Talaromyces flavus (PS8-63) 10.7+0.06 26U 5
2 T. flavus (PS12-63) 12.0 26U 5
3 T. flavus (PS14-63) 9.7+0.15 JEAU 5
4 T. flavus (PS17-63) 17.3+0.25 ¥V 5
5 T. flavus (PS34-63) 18.7+0.12 380U 5
6 T. flavus (PS8-64) 12.0+0.52 ¥V 5
7 T. flavus (PS9-64) 16.7+0.12 380U 5
8 T. flavus (PS10-64) 13.3+0.29 ¥V 5
9 T. flavus (PS11-64) 14.3+0.06 JE6U 5
10 T. flavus (PS12-64) 12.7+0.25 26U 5
11 Bacillus megaterium (PS1-65) 5.3+0.06 J20U 3
12 B. megaterium (PS2-65) 1.0 JE0U 2
13 B. megaterium (PS9-65) 6.3+0.15 JzhU 4
14 B. megaterium (PS13-65) 10.3+0.12 26U 5
15 B. megaterium (PS16-65) 7.0 JEAU 4
16 B. megaterium (PS23-65) 8.0+0.10 LU 4
17 B. megaterium (PS24-65) 8.0+0.10 LU 4
18 B. megaterium (PS38-65) 7.3+0.15 LU 4
19 B. megaterium (PS41-65) 6.7+0.06 LU 4
20 B. megaterium (PS1-66) 5.0 JEAU 3
21 B. megaterium (PS2-66) 0 JE0U 1
22 B. megaterium (PS7-66) 7.0 JzhU 4
23 B. megaterium (PS16-66) 4.7+0.12 J201U 3

*inaimsUsediussAulssdvE mmmisaraneseneu Caldum hydrogen phosphate TaauvEdaununieenda Al

S¥eU 1) 0 Taakms S¥AU 2) 0-3 UaanT 52AU 3) 3-6 Uaakes STAU 4) 6-9 LARKIRT WAYSEAU 5) 11nn31 9 Teamnas

2. nMsasavdaunUlglavasisnagau

2.1 MINAFBUAUTYY (Precision)
MMINAaaUlALIINENIIATIER 2 AU (Intermediate precision: between-analyst variation)

MavpFeUANLIABweIEAaU T INMAuYETluleTnmavanewean T favus 1udu
20 1 Tnedminfigeszss 2 au Tnenasouluiusazanneiontu wuin Wamidisnswiaui 1
lﬁﬂ'%mmqﬁum%‘él,a?{mvhﬁ’u 8.40 Log;CFU/g wazdl 9%CV winiu 0.63 dmsuidmiiniiinszvauil 2
lﬁiﬁmmqﬁuw%t@?mﬂﬁu 8.39 Log;CFU/g wasll %CV Wiy 0.59 (15737 2) uasiUSeudiausiuay
QawsERensutlstanw Ffuldndmiifnsigiva 2 au Taeld Student’s t-test fenidesiusesay
95 WU A1 t Stat Winfu 0.34 @wuen t Critical two-tail iU 2.024 wagAn P Wity 0.736 uanslimiiuan
NANIVAEDUTBLE TN TR EiI 2 Au lieuuandnsiuneeda (it 2)
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MInAgeUALLT 89893 naaeuUT I A unidlud s wazaneeanaLuaTiSe
B. megaterium 311U 20 51 Ingrdminiingedt 2 au Tnenedevluiunasannzifeatu wud
Wnidisiasgiaui 1Imal@fﬂ%mmqﬁuw%émﬁﬂmqﬁu 8.38 LogyoCFU/g wazdl %CV iy 1.94
dnsudmindiiasziaud 2 1é’ﬂ%mmﬁ;§uw§él,a?{al,vhﬁu 8.34 Log;CFU/g awdl %CV windu 1.64
(M7 3) waniUTeuifisusunuqdunidrentutedanm fiuldanidmiiniieseina 2 eu Tagld
Student’s t-test iavnandosiudosaz 95 Wuin A1 t Stat windu 0.82 @auAn t Critical two-tail Wiy
2.024 wazAn P Wiy 0.417 uandliifiuinnansnageuvesdminiinssine 2 au lalfiaanuunnsig
fumneadd (ansnefi 3)

2.2 nMsnaaauAULLY (Accuracy)
Jethamavaevleamnili T flavus wuin fisgiuaandadiu 107 (sziuge) Tuunaugdunie
WA 8infU 7.62 LogioCFU/g f1f1 %Recovery 18 811U 102.30% (157971 4) fiseduaududu 107
(SzAUNAN) ﬁﬂ%mmﬁ;ﬁuﬁém?{mﬁﬁu 4.39 Log,iCFU/g §ifn %Recovery wagwiniu 104.30% (115737 5)
druil sz uanududy 107 (szausi) ﬁU%mmqﬁuw?s’ha?{aMﬁU 2.12 LogyCFU/g 1A %Recovery
WABYINTU 75.14% (51971 6)

Jodrnmazareeaaii lfuuafiiie B megaterium 7 seduaududy 107 (sedvuge)
ﬁ‘d%mmﬁ;ﬁw?ém?{amﬁu 7.60 LogioCFU/g $1A1 %Recovery WA sy 94.80% (131l 7) fiszeu
ALY 10 (SzAUNATN) ﬁﬂ%mmﬁ;ﬁum?ém?{amﬁu 6.60 Log;CFU/g §1An %Recovery 1aaawiniy
97.87% (#151371 8) dauﬁiwﬁ’ummﬁwﬁu 10 (526Usi) ﬁﬂ%mmaéum%&a?awﬁﬁ’u 3.88 Log;oCFU/g
um %Recovery WABWINTU 134.16% (AN51971 9) muﬂimmvzjaiuivavl,wﬂwmenﬂsuwawm‘mmm
L%@LLUULM@’JN?{&IﬂU’JaﬂW’l (carrier) enaiiiesanituiilunsad i Usinaeendiau ensiaeadedinn
lﬂﬂumtfumwummammmw wazviiaveaianmniild aenadesiun1s@nwiues Mohamed et al.
(2016) UMl TanmiiUszneuse uaaleumIUBUN (CaCOy) iy yadnd Aumies wagnsne
Tudndrusing 9 waziiuinwigamgd 5 10 wag 20 sseivadea Iumimﬁmﬂa%mwmﬂﬁa Bacillus
megaterium var. phosphaticum Imaiummsﬁ%ﬂ%mmmaaL%@%Lﬁm%uiuszﬂzl,wﬂ wazAzanasdiawiu
Miduszozina 2-3 Weou

2.3 msﬂizmmﬁiqﬁqﬁqﬂﬁmmsaﬁmmzﬁlé’ (Limit of Detection: LOD) uazn1suszunaifn
G‘hﬁqmﬁmmimwmuwa‘lﬁ' (Limit of Quantization: LOQ)

siumIdiuYes T flavus Mgafiansnsodiasziils (LOD) fedSnaaeuuTinalulednm
azmwlaammagjﬁsxﬁ’ummﬁmﬁu 10* videfiAiaAewiniu 4.39 Log,CFU/g fiA1 %Recovery indewiniu
104.30% d@auduau T flavus sensutefinmazaneweampiiannsansialdlusziuiiign uiddlidednd
AgnAes (Critical Level: LO) agjfisziuanududiu 10° vifefleniafomintu 2.12 LogiCFU/g ilasainilen
9%Recovery Lad Wi 75.14% Fasusiuau T, flavus m"’wﬁ'qmﬁ'mmimwmumaﬁ (LOQ) W1Av 4.39
LogioCFU/g

siuaududureuniie B megaterium fgaannseRinzild (LOD) seATvaaeu Finady
ﬂEJ%’meazaflsJWQaLWmagiﬁszﬁummﬁm%’u 10* vl Alad e 6.40 LogiiCFU/g SAn %Recovery inde
Wi 97.87% s B. megaterium senutleTanmazaeneammiansnsonalilussiudnfian wids
lifedlaugnies (Gritical Level: LO) 0871 sziuanduty 10° 3 efiAind evinfu 388 LogiCFU/G
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\WesaniiAn %Recovery WA 134.16% AaUINAU B megaterium AiigananinsasenuNala (LOQ)
WU 6.40 LogiCFU/g

2.4 MamAANNlikUaUYEINIINATBY (Uncertainty) 1199a%aamen
mMsnageUiteg e T. flavus ludedinmavaneweailn 9113w 20 A8 (n = 20) feeeae 2 940
T miviesed 2 Aradseskanmaaeuand i desgiusazaulusy LogCFU snfdsaos
n(Yj1 — Yj2)? wirtu 0.10 ¥ léen Standard deviation of reproducibility (S) Winfu 0.05 e
Aranaliuiueuesnsvadeufi seuand et usesay 95 (Expanded Uncertainty) agldanmnfu 0.11
Yuzfimanaaeuide B megaterium AkasITRIHAMIARBUINA M esiusazelugy LogiCFU
onM&saes YR, (Yj1 — Yj2)? windu 0.93 vililden Sz windu 0.15 diefuadieuliuiueureanis
nagoulaA i 0.31

M1319% 2 ANLIgaeIsnaaeuUsIn T. flavus Tudedininazanevleanlagivtiie ey 2 au

Usunaauvsdluniae CFU saniudedinnin (LogioCFU/g)

Sruausni Wnthiidwsnzsiaud 1 Wnthiidwsziaud 2

1 8.40 8.38

2 8.47 8.42

3 8.45 8.46

q 8.42 8.41

5 8.314 8.40

6 8.39 8.42

7 8.30 8.39

8 8.43 8.37

9 8.38 8.31

10 8.35 8.44
11 8.47 8.42
12 8.31 8.42
13 8.38 8.42
14 8.43 8.42
15 8.37 8.46
16 8.42 8.37
17 8.42 8.31
18 8.31 8.31
19 8.44 8.31
20 8.42 8.33
Alade 8.40 8.39
%CV 0.63 0.59

t Stat 0.34
t Critical two-tail 2.024
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M5NIN 3 AUTiEsedisveaeuUSINa B. megaterium lule@inmaaneneamnlagid Mt ATIEN 2 A

Ysuagaumsdluniae CFU dansudeianin (LogioCFU/g)

ruaudnil R S N I
LRIUUMNAATISHAUN 1 LRIURUINIILAIICHAUN 2

1 8.52 8.68
2 8.42 8.48
3 8.29 8.39
4 8.29 8.30
5 8.57 8.35
6 8.34 8.40
7 8.32 8.26
8 8.72 8.26
9 8.29 8.21
10 8.58 8.24
11 8.23 8.28
12 8.41 8.58
13 8.11 8.37
14 8.38 8.15
15 8.70 8.18
16 8.26 8.20
17 8.20 8.35
18 8.32 8.51
19 8.44 8.34
20 8.30 8.35

Aade 8.38 8.34

%CV 1.94 1.64

t Stat 0.82

t Critical two-tail 2.024
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A15197 4 31UUT 0 Talaromyces flavus TudeTININUUURILAEENYD I5eAUAMUTUTY 10
TretiuUSuunae3s Viable plate count

v . YaBAININLUURNS JadanmuULan
fNIDYN ! ' %Recovery
(Log10CFU/g) (Log10CFU/mL)
1 7.40 102
2 7.42 102.10
3 7.50 103.40
4 7.38 7.25% 101.76
5 7.45 102.68
6 7.39 101.83
Aade 7.42 102.30

* AURRAYIN 3 91

A131970 5 911U Talaromyces flavus Tud 8810 IMBUURILAET YD Tiseauaudy 10
InetiuUsuunie3s Viable plate count

v . 4 JaBANINLUUKS JaBan1nLuuLIan
fNIDYIN ' ' %Recovery
(Log10CFU/g) (Log10CFU/mL)
1 4.36 103.74
2 4.37 104
3 4.38 104.18
4 4.40 4.20%* 104.60
5 4.48 106.48
6 4.328 102.80
Alady 4.39 104.30

* AURAYIN 3 91

A131970 6 1LY D Talaromyces flavus WY 8FINTNBUURILALITIY D NTzAUAUTUTY 107
TnatiuUsuunie3s Viable plate count

v . 4 YyFANINUUUNS JeFANINULUULRA?
fNIDYIN ' ' %Recovery
(Log1oCFU/ g) (Log10CFU/mL)
1 2.12 75.71
2 2.0 71.29
3 2.0 71.29
4 2.30 2.80% 82.02
5 2.0 71.29
6 2.22 79.23
Aade 2.12 75.14

* ARAYIIN 3 91
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A15197 7 91U Bacillus megaterium TudeTINIMBUUHILATIIT D NszAUAUTUTY 10
TretiuUSuunae3s Viable plate count

o . d YA INLUURNS JadanmuULmMan
[P NT ! ' %Recovery
(Log10CFU/g) (Log1oCFU/mL)
1 7.65 95.48
2 7.52 94.41
3 7.41 92.52
q 7.74 8.01* 96.61
5 7.53 93.99
6 1.67 95.79
Aady 7.60 94.80

* AURRAYIN 3 91

o o & . . a o & A ) v v 4
M990 8 TUIULY D Bacillus megaterium &LUQEJGU'Jﬂ']‘WLLU‘UNQLL53W'JL%@ NILAUAINULTUYU 10
TretiuUSuunae3s Viable plate count

v . 4 JaBANINLUUKS U8BANTNLUULRG?
NIDYIIN ' ! %Recovery
(Log10CFU/g) (Log1oCFU/mL)
1 6.43 98.39
2 6.40 97.96
3 6.45 98.78
q 6.32 6.53* 96.75
5 6.36 97.35
6 6.40 97.99
Aade 6.40 97.87

* ARAYIIN 3 91

¥ '
A = v ¥

A13197 9 I e Bacillus megaterium Tud BHINTNUUURILALITILTD NTEAUAUTUTY 10°°
InatiuUsuunIe3s Viable plate count

v YA NLUURNS JadanmuULman
MDY ' ' %Recovery
(Log10CFU/g) (Log1oCFU/mL)
1 3.86 134.23
2 3.96 137.94
3 3.64 126.79
q 3.96 2.87* 137.77
5 4.01 139.50
6 3.70 128.72
Aady 3.88 134.16

* ANARAYIN 3 91
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dyunan1Inaasg

51 Talaromyces flavus 13 10 lolaian fUszansaimnsazarenznou CaHPO, lusysiu 5
Tne 3 Susuusniifiuszansningean loud lelwian PS34-63 PS17-63 waz PS9-64 fiuszansainnis
avangWoala WNAU 18.7 17.3 way 16.7 1. MUAIAU @1uluANIEY Bacillus megaterium 37U 13
lelotan fiuszansnmnisazateeamnegluyae 0 - 10.3 uy. Ing 3 Sufuusniifiuszansnngean
Toun Tolalan PS13-65 PS23-65 wag PS24-65 fuszansninnisazaewedvn iy 10.3 8.0 uwaz 8.0
uy. puasu nsnsradeualdidvesisnagevrende T. flavus wud1 nIedeUATLL B
(Intermediate precision) fiA1&uUsZANE AMLUTUTIU (CV) WU 0.63 wag 0.59 wWesidud n1s
NaAeUALLIUTDITT AR S esaznsAuNdUTeISnaaeuT seRua TNty 107 107 way 10°
feadewindu 102.30 104.30 way 75.14 Wedldud Armnududusianiiiinsewls (LOD) was
ﬂ"m’mLﬁﬁmﬁuﬁwqmﬁmmmﬁ“ﬂL%qﬂ%mwmlﬁ (LOQ) Wiy 4.39 Log;(CFU/g TnefiAnainulaiutiueuves
AMsMAgeULifU 0.11 duide B megaterium N1SNAAEUANLT 89T CV Wiy 1.94 uaz 1.64
Wesidud ArfesazmsAunduresiznadeuiiseduanududu 107 10° uay 10° fanadewiiu 94.80
97.87 uay 134.16 Wosidus flA1 LOD wazA1 LOQ winfiu 6.40 Log;oCFU/g wazaAmanalliuuueuyes
A1SNAABUWINAY 0.31 Yausfin13NAaaUAIIUTBILUY between-analyst variation Lagld Student’s
ttest fiszAuAIILTBITY 95 1Wasifud %@ﬂﬁ]ﬁ‘li%%&jﬁg\i 2 %ila T flauuansetunieeda datuas
maawiwawﬁmwLLawmiuU‘UimmaumsﬂuﬂammwauawWaaLWmmaw Viable plate count 34l
AsfiBs Amusiud uazlinanisnsadinneifigndesuaziedels

ANUBUAN
YoUBUAN ETINUAMENTTUNMTALESIINIMaRS ITeuaruinngsy (@nal.) washatuayumu
elutauyssanas w.a. 2565-2566

n1siwanuldeluldusslovd
laanaWugaunse Talaromyces flavus wag Bacillus megaterium ﬁmmsa‘bﬁ’tﬂuawﬂ’ui
$re8dlunsnminneilinauasyssansnnlulefinmazarerleamalunisiuseinistunadeu
JeTanmaranereamany nsu. Yo (@UUfl 2) wa. 2550 uenandsudunanisuteyaifiove
Ms5useeluRn1sauuInsgIu ISO/IEC 17025:2017

LINEN519D

n¥g1 IWAUTIYUIA T9YAT F5UT waraeITH AQIANATUN. 2559. N1TNAFBUAINYNABIVEY
FEnsnredieneianuuswesduylulnayduivhanuysddmiudesiulsauiangéndaeyn
ihemaaeudifagy. NsasnauinemaninIsume 58: 169-179.

NSUIVINISNYAT. 2564. YeTanm. nauauIdeqaunidiu nguideusiine neideimuidadenis
HARVININITNEAT NTUIYINTNYAT NTENTIUNUATUALANNTAL NTANNY. 30 e,

NIUIYINSIAEAS. 2566. ATAATIEIUedInNIN. NUUITLaUNTIRAU nduITeUsiiine nesidy
W aden1snannnsinuns NTIATINITNEAT NTENTIVNYATUATANNTA] NTUNN. 62 V.
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Validation of microbial identification method in Phosphate

solubilizing biofertilizer

97119 (dgInIsal’ quail uvang’ ausen 1Ay’ eusiad legsiay’

Amnat Eamvijarn® Supranee munmai' Sonthaya khumtib® and Amornrat Chaiyasen®

nauIdeUgiane, NN IIYNTHEANINTNYAT

ABSTRACT

Molecular technique was used to identify the microbial reference strains for phosphate
solubilizing biofertilizer. The ITS and 16S rRNA gene fragment were amplified by using two sets of
universal primers and were annotated using blastn on NCBI database. The results showed that
microbial strains was Talaromyces flavus and Bacillus megaterium. The validation of T. flavus
classification method found that the Trueness of percent sequence similarity from molecular
identification method of T. flavus was 98 - 99% and score value of MALDI-TOF MS was 2.17 -
2.75. The Repeatability of analytical method of MALDI-TOF MS that shown Coefficient of Variation
(%CV) value were 3.63 2.67 and 2.14 percent. The Intermediate precision was 4.09 and 3.93 at
95% confidence level (P = 0.666). Moreover, Trueness of % similarity from molecular identification
method of B. megaterium were 98 — 99% and score value of MALDI-TOF MS was 2.25 — 2.40. The
Repeatability of analytical method of MALDI-TOF MS that shown %CV were 3.26 6.02 and 2.27
percent. The Intermediate precision was 2.33 and 3.09 at 95% confidence level (P = 0.302). Thus,
MALDI-TOF MS was suitable for use according the standard of validation of analytical method.

Keywords: method validation, microbial identification, phosphate solubilizing biofertilizer
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UNANED

mMsduunviingdunidindsilindntedrnmazaronoamafemaiansdaliana lnons
WinUSafBweveBuusiin ITS uaz 165 rRNA winthidweundnwdduiandlelngd nuindu
Talaromyces flavus wae Bacillus megaterium il 8¥1n15n599d0un T lAv033 S nnaauaas
T. flavus WU AAUgNFesuedlsTkunviiadiemadanisendaluiana Wiy 98 - 99 Wesidud
wazn1519ia3 09 MALDI-TOF MS fifn score value Winfu 2.17 - 2.75 avnandissvesaduauisaly
AsvgTANdUsEAVEANLLUSUTIU (CV) WU 3.63 2.67 wax 2.14 wWodldus wasan Intermediate
precision fifn CV Wi 4.09 way 3.93 Wesiiud wasveaeunisadnlagld Student’s t-test fisediu
AnsBesiy 95 Wesdldud fid1 P winfu 0.666 vaurdl B. megaterium A1Anugnderesisiuunia
semadiamseng@luiana wiidu 98 - 99 Wesidus wagnnsldia3es MALDITOF MS fiAn score value
Wiy 2.25 - 2.0 mnadissvesauannsalunnsieniianduuszans mnuudsusiu (QV) Wiy
3.26 6.02 uay 2.27 Wosldus wayA Intermediate precision A1 CV AU 2.33 wag 3.09 Weosidua
warnadeunsadalagld Student’s ttest fisvduanudesiu 95 wWesidud Tk P Wiy 0.302 wandlii
Wiudnamsnageuredmtfiinssine 2 au lifinuuansisiuneadn saiuiinedeunisin
Suunviingaunidlaonisliiaies MALDITOF MS sfirnnaniles uazianuwsngas waglinanisngia
Anneifigndesuazidedels

o/ a a6

AdAey: N1InTIvdeuAulduedis, Raunsd, Jetin nazatevedaine

A1

nMsTegigaunidluledinmduduneuiiiaudidyeied dunisnuauauninves
wAnSuriielvldnsgu aamsesvdygfde wa. 2518 wiluduislaenssavtydide @Uui 2)
w.a. 2550 Jedanmazarereaind nandunisdlutiagiuusznoudiggdunsd 2 Ussan fe
suazuuAiiSe TnemuUszmansadvnsnens Bee msvetunsou mssenludfymstunsden
nsveutlusenmmzifou waznmsveudlysenismeideuledanim wa. 2552 fesszydeananis
Ingmansvesgdunidiuseslutedinmie 393571 lunsszyleanansinermansvesndunis
Qﬂ‘ﬁwmLLazﬁﬂmﬁuasJ'NGiaLﬁaa WU AsANYIENEUENINEUFIWING (Morphology) N1snA#aU
M19931A3l (Biochemical testing) N13@NWIN190TITNYT (Molecular biology method) Laginaila
unaalalasuns (Mass Spectrometry) (Christopher and Bruno, 2003; Wilson and Walker, 2010;
Tshikhudo et al., 2013; Varadi et al., 2017; Sparkman, 2000) nsu3v1n15nuasidunuigaunan
Aliuimsnsadinsgidediniwainaiaenvuy nMaswns YnAnw 103 wazinuasns lddavi
miadeqiionsalinszidedinmiieseiana-sidnuazuvaiisofeiSeondrineuasinada
wuaaalnsiand (nsudginiaineas, 2566) uenaini suldmunuuaziiuamnimaeadsdanim
fidmingluiesmaindnsng flnuidensliitnsenirinelunissuunqdun3s 1wy Magwaza et al.
(2019) wonsniiludeu Roodeplaat Uszmauavinléeeds Pour plate Unews PDA uazsLun
wiaslasdiangiarsuiiinalelnadu Internal transcriber spacer (ITS) aaelnsimes ITSIF wag ITS4
wu3ndusn T, flavus uenani deanunsaiiasienasuiinalolndnsedu BenA CaM uas RPB2
Tuns81uunsT T, flavus teeuiy wazs1eauves Zhaneg et al. (2021) Fnnsuenidefinanieulaii
doaftunsfuinazudefaiulurviunsiniiug uagduundodeimenainerdenism
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o Y a

sruianalelndusinadu 165 rONA Taeldlndiues D1 uag P2 Suunideldidu Bacillus subtilis
Fadudefidulnslulofnldlurviunisdnduut venaindanunsald8uniiom ms lunissiuun
B. megaterium (TRS7) fiuanldainsinyi (Camellia sinensis) luuszinaduLie Guszdnsain 1AA
a133zme (volatiles) s1wandinaslswes (siderophores) wazdmuanusalunisazaraeamaguiu
(Chakraborty et al., 2014) d@iun1sAnw1iven1siuunsingdunidaswmadaiuaaualasuniiiu
wadaitld¥umsseusuinntuluilagdu tnefiseves Cardoso et al. (2021) é@nwinssuunsilunga
Eurotiales 31u3u 95 anewug wuaiu Aspergillus $1u2u 27 @eiug Penicillium 37143 50 @1eug
ua Talaromyces 117U 18 @eug Anenldanumasing q lulssmauidaseiniealadve
wuaaalasiing aunsadwunsnquasnandlatuseduyila (species) el Aspereillus S1uan 17 wia
Penicillium 31uau 16 viia uazindeslafnenuvaaalasivianunsaldsuunuuailSeldvanssu
U QAAMINTINDIMIT NITUNNE waznTnEAs Tag Zhang et al. (2022) lHiaTesdanarilunisduun
Bacillus cereus, Listeria monocytogenes Wwas Micrococcus luteus i ﬂuLﬁ@ﬂum‘wﬁ ugﬂﬁ]’lﬂ‘ﬁ/g\‘i
a1u130u8n  Bacillus pumilus group 31UIY 24 maﬂ’ui IINUAAIAN 9 pondu Bacillus pumilus
way Bacillus altitudini Gefianundieadsiuunnléane (Starostin et al., 2015)

Msidenisnaaeuiiuftidne Tuaising wiud wazdasadvsefuitAcuiadubesiides
isdadudsznsusn smniduiineseuiives finsasdenldnuduitumsgu meimuuas
avvaeunltldveidnounsldnuiaduFesiidaineuiludiuldanuluiesujsinsi el
donndeiutaivualuunsgu ISO/IEC 17025:2017

gUnIalLazIzNTg

aunsal
1. L%jaﬁgauw%émﬁﬁuﬁﬁ’m@ﬂ (Reference strain)
1.1 51 Talaromyces flavus $7uau 10 lelatan Lown PS8-63, PS12-63, PS14-63,PS17-63, PS34-63,
PS8-64, PS9-64, PS10-64, PS11-64 way PS12-64
1.2 Bacillus megaterium 11y 9 Telaian leun PS9-65, PS13-65, PS16-65, PS23-65, PS24-65,
PS38-65, PS41-65, PST-66 ey PS9-66
1.3 931a89Te Potato dextrose agar (PDA), Potato dextrose broth (PDB), Nutrient agar (NA)
ke Nutrient broth (NB)
2. @15.Adl
2.1 nszvaumsatanaziinyUnamsusnssy
2.1.1 afnfduLe09T AxyPrep Multisource Genomic DNA Miniprep Kit (Axygen® Inc., USA)
wazlkuAL38 Genomic DNA Mini Kit (Geneaid Biotech Ltd, Taiwan)
2.1.2 wulwsl Taq DNA polymerase
2.1.3 Inswes (ITS1F (5’ CTTGGTCATTTAGAGG AAGTAA 37) way ITS4 (5°- TCCTCCGCTTATTGA
TATGC -3’) (Gardes and Bruns, 1993; White et al. 1990) fD1 (5" AGAGTTTGATCCTGGCTCAG 3’)
ey rP2 (5’-ACGGCTACCTTG TTACGAC TT-3’) (Weisburg et al., 1991)
2.1.4 gavinALErenaENIugnssu (DNA purification Kit, Promega, USA)
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2.2 nszuaunssuunlagldiaios MALDI-TOF MS
2.2.1 O-Cyano-4-hydroxycinnamic acid (Matrix HCCA, portioned)
2.22 Bacterial test standard (BTS)
2.2.3 Formic acid
2.2.4 Deionized water
2.2.5 Absolute alcohol
2.2.6 Acetonitrile Trifluoroacetic acid
RGELR
3.1 1AesiATwviviaqdunie (MALDI-TOF MS)
32 g’fﬂaam%a (Laminar air flow)
3.3 wdfoflrusule (Autoclave)
3.4 \ppafiuUinaastugnssy (Thermal cycler)
35 ﬁauam%’au (Hot air oven)
3.6 fusde (Incubator)
3.7 4A3094081 (Shaker)
3.8 Lﬂ%a{jw,ﬁmmmﬁaqﬂ (Centrifuge)
3.9 ipdeaeniBuedenseualiii (Gel electrophoresis)
3.10 Lﬂ%@ﬂdﬂ‘&JLLaﬁmeﬁmwwa (Gel Documentation)
/M3

o

1. 15 UNAEWMATABNTI MY (Molecular identification)

U
v
a a

1.1 hideqdunisaeiuiidaisduemaisadogiunid Junnezneufieiuidulouasivad
qaun3d

1.2 @i nfitd uov0331n1035n15909Y A A AxyPrep Multisource Genomic DNA Miniprep Kit
(Axygen® Inc., USA) kagluailisen1u3sn1svesynain Genomic DNA Mini Kit (Geneaid Biotech Ltd,
Taiwan)

1.3 indSatudniuuiian Intemnal transcribed spacer (ITS) v83514a% 165 DNA vaauuaiiiSe
Mndudusautvuadied sufinusmuarsiugnssy lnedididuvesujAzen (PCR reaction
condition) ¢isil

Internal transcribed spacer (ITS
fupouil 1 94 ssenuwal@ea 5 il F1UU 1 50U

(%
[ d

JUNDUN 2 94 peFWALYYE 30 U9

51 pIALTALTYE 30 U 35 58U
72 99 RLRed 30 W
JUNDUN 3 72 peANGALRYE 7 U7 U 1 58U
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165 rDNA

Jupaun 1 94 ssmigalfvd 3 Wi U 1 58U
Fupeuit 2 94 srwalTua 30 unil

50 paFaLTYE 30 U9 35 50U

72 pymgalded 1w
Fupeuit 3 72 ssnwaldua 10 wn U 1 50U

M523V PCR product meiasauwenitduenlenseuali

1.4 wmasuindlelnavesiudiudu rDNA AlainnsiiindiuiumeLasas DNA Sequencer

s

1.5 Whasuiindlelnavesqdunidunazaienug i lnuisuiisuanuaaisadsiuiuaienug

9

qﬁw%’ﬂ‘azmaﬂaaLW@ﬁ'ﬁaQIugwu%’agamaa The National Center for Biotechnology Information
(NCBI) (www.ncbi.nlm.nih.gov/BLAST/) 28 Basic Local Alignment Search Tool (BLAST)

[y

1.6 Wawuiedlolndvesaneiuiqdunidazareveamnlugiudeyaniiivesidudanundiondeiy

WINWan (% similarity) fuaiauiiandlolnavesgdunidateiugonsdeidianulndifssiuldeqdunsd

yilalaluguteya wazUsuenwila (species) YoudeaUNIIae U198
2. m3dnduunlagldinias MALDI-TOF MS
219

a

2.1.1 Widudedndulovinuvoulaladaduemis POB vudslugumdsuvuivgfigungd
30+2 parwalfed Wuan 2-3 Ju

2.1.2 anpznaudulesidaadesuisefinnnua 13,000 seudeuni 1uan 2 wifindwla
Fuuuiia

213 Wnhnaundetnnsesaondio 1 fadans uaviwerdetsliiniu lerdnemnsasad
finasudules

2.1.4 anaznauwdulesdemsostumisefinus 13,000 seudeud Wunan 2 widmdiula
Fuuuite wazvinende 2.1.3-2.1.4 3nads

2.1.5 | Deionized water 300 lulasans wag 95% Ethyl alcohol 900 lulasdns wansiee19li
A usELAS o NENENS

2.1.6 annznowdulesimeniesunisfinimda 13,000 seudowndt 1Wunan 2 uiiimdiula
Fuuuie wavislifednauiadiondn 95% Ethyl alcohol

2.1.7 iyl 70% Formic acid finauiiu Acetonitrile U119 10-100 lulasans tneldliviausaegis

2.1.8 anmznauiietseesestumieafinnnus 13,000 seusewid Wuan 2 und

2.1.9 gedla 1 lulasing asuu Target plate selvidiagauns 10-15 Wi

2.1.10 %8¢ 70% Formic acid 1 lalasans selwsiegrauielseune 15-30 uil

2.1.11 nem Bacterial test standard 1 lulasans soliifegeuiaussana 15-30 wifl wieldidu

FeuANUsEANS A MeLATEs MALDI-TOF MS
2.1.12 vigm HCCA 91uau 1 lulasdns Wudiduaniing selvmisgrauislnedunndiegsasdl
anwazdunandyn
2.1.13 1" Target plate Lsi’lj’lmém MALDI-TOF MS
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2.2 hUANSY

2.2.1 Wlfduituvasadounslalaiiuuaiieindsasuy Target plate solddnagauralszan
10-15 wifi luguaonide

2.2.2 viem 70% Formic acid 1 lulasdns selviegrauieUssan 15-30 unil

2.23 v BTS 1 lailasans selishedraursuszana 15-30 undl ilelfilusauaasyansam
Y9A303 MALDI-TOF MS

2.2.6 ien HCCA 1 lulasdns uddugaving selidisgauilaedunndiegnasiianvauziluy
HANEYU7
2.2.5 11 Target plate duases MALDI-TOF MS
3. N1IATIVEFDUANNYNABIVDIISAATIEN (Method validation)
3.1 NINAABUAILYNFBA (trueness)

3.1.1 nadeunvilavend eadunidazareveand9de egrsay 10 faegas (lelwian)
Tnedsn1sendalutana uazmiaiduivai e luiSeuiisuaiiuadiond iy
Fuaieugeduns g9 deg lugudeyaves The National Center for Biotechnology
Information(NCBI)www.ncbi.nlm.nih.gov /BLAST/) Taegn13% BLAST (Basic Local
Alignment Search Tool) search $189MuNaNNTILUNTTIN waziUasiduinuad1endaniy
(% similarity)

3.1.2 nagoumriavend ogdunidarareveans eda atsay 10 fegns (lolean) lne
THe3eslinngivingdunis lnenaaoulutulazannzifoadu azuuuaundiondaiy
(score value) ve3iinqdunsdfiinsmaasuivriavesqauvislugiudoya wazseny
NaN15UNYiA

3.1.3 twanssuunuinvesqdun3silanndsi 3.1.1 uay 3.1.2 sndIeuiiiouiu mananis
Fuunsiafeiu JsousulazUseiiun N

3.2 MINAGDUANALTES (Precision) YadLATad MALDI-TOF MS
3.2.1 T ATTAETIe e A% (Repeatability)
nadeUTuunTiaventeqdunis ogsay 3 wiin (species) lnamanieuiognadaes
Direct Transfer vhnsnadau 10 81 Inenageulufuwazan ety then score value vasuiinvs
QauvIsiimveaeuiuriingauidlugiudeya svnanads uazAFosasdulsrananunlsnu
(coefficient of variation, CV) Ing %CV agfasiliAtiosnimiaiiifiu 10 Jswausunazyseidunisniu
Lot
3.2.2 Msnadeulaedi e gi 2 au (Intermediate precision: between-analyst variation)
NAABUITTInTBI aTkUATISY E1say 1 %l (species) ansvingeu 20 91 Tnend g
Anseid 2 au lngveaeulutulazanufioddu dasuuueuadeadaiuresdagdunidanviing
neaeufuriavesgdunidlugiudeya imanads wavArdosardulsydndmnunlsusu (coefficent
of variation, CV) 198l %CV 98 89ilA11 83193 a7 U 10 F980U5UMarUsetdunIsHIuNM way
Wisuileursuuunruadiondiuvessiingdunisi fnldanduaaeuris 2 au Tagld Student’s t-test
fieuidesiu 95 Wosidud
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FTULLIAN LSUAY AANAY 2564 FAudn Nueeu 2566

9

v a a da 1

A0UNIININARBY NFUNITERRUNTIAY NguIFeUgianen

NBIINAUITITLNTNEANNITNYAT ATUNNINIUAT

NANISNAADILAZIRIT

1. M3InTuuNAEmAliAdnIIIMET (Molecular identification)

n1sTkunana-¥ilda alginadaon¥1Inervessiavateneaina 91U 10 lolaian
(PS8-63, PS12-63, PS14-63, PS17-63, PS34-63, PS8-64, PS9-64, PS17-65, PS18-65 wway PS19-65)
Fawanisswunnudn danundeadeiu Talaromyces flavus wa 10 lolatan Tned % similarity
oglutaa 9832 - 99.63 Wefldud (M54l 1) AonAdeIiUTIBNUVES Magwaza et al. (2019) LENT
niludou Roodeplaat Uszimauan3nildaaeds Pour plate une1m1s PDA wazsuunvinsilag
Ansrzviaauianalelnadu Internal transcriber spacer (ITS) saglwsiues ITSIF way 1TS4 wuindu
51 T flavus uonanniiseanunsaisizididuianalelndnsedu BenA CaM uag RPB2 Tunissuun
51 T. flavus Towgiuiu (Nuankaew et al., 2022) LagNan159uUNvoIkuATilTvazatawedsn 911U
9 lalaian (PS9-65, PS13-65, PS16-65, PS23-65, PS24-65, PS38-65, PS41-65, PS7-66 khay PS9-66)
wun fimnuadneadatu Bacillus megaterium #a 9 lolewan Ined 9% similarity ag/lu39 98.33-99.20
Wosdus (15197t 1) §51891u883 Zhane et al. (2021) ¥mswenideiinameuluifidestunissus
wagyliudeiaualusuiunismsiniug wagduundedeiinisendaine denismad
Thedlelnsusnady 165 rONA Tngldlniwes D1 waz P2 Sruundeldifiu Bacillus subtilis Faduide
Adulnslulednldlusuiunmsnandanin yonandannsldtuudn Ims lumssiuun 8. megaterium
(TRS7) fiwenldainsine (Camellia sinensis) TuUseweduiiie TUszansam IAA a155ewme (volatiles)
59 an Gumaslsnes (siderophores) wariinnuanuisalunisazateweamyuiy (Chakraborty et
al., 2014)
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M19197 1 KaN15IndwuNlinaneiugIauvsdaraeneamnsemallneaTine

a6y AeWugYaUNId dna-vila % Similarity
1 PS8-63 Talaromyces flavus 98.99
2 PS12-63 T. flavus 98.32
3 PS14-63 T. flavus 98.82
a4 PS17-63 T. flavus 98.99
5 PS34-63 T. flavus 98.99
6 PS8-64 T flavus 98.50
7 PS9-64 T. flavus 98.89
8 PS17-65 T. flavus 98.99
9 PS18-65 T. flavus 99.63
10 PS19-65 T. flavus 99.15
11 PS9-65 Bacillus megaterium 98.76
12 PS13-65 B. megaterium 99.20
13 PS16-65 B. megaterium 98.76
14 PS23-65 B. megaterium 99.35
15 PS24-65 B. megaterium 99.12
16 PS38-65 B. megaterium 98.50
17 PS41-65 B. megaterium 98.33
18 PS7-66 B. megaterium 98.88
19 PS9-66 B. megaterium 99.12

2. mydnsuunlagldiades MALDI-TOF MS

mMsdnduunduunana-via feiries MALDITOF MS nud1 navaneweaina d1uu 10 leluiay
(PS8-63, PS12-63, PS14-63, PS17-63, PS34-63, PS8-64, PS9-64, PS17-65, PS18-65 ey PS19-65) WJu
Talaromyces flavus 1A" score value Wiy 2.17 - 2.75 (Wlﬁ’mﬁ 2) @9ARAIAUIIBUTEY Cardoso
et al. (2021) @nwIn1s9uun3Tbungu Eurotiales 913w 95 anewug wuadu Aspergillus $1uau 27
anewus Penicillium $1uru 50 anesiug uae Talaromyces $1uau 18 anowud Musnldainunaasingn
Tuuszmausdadioni satadnenuuaalalnsiing anunsaduunsdnanldlussiusin (species)
fail Aspergillus $auau 17 wila Penicillium $1u3u 16 %ila war Talaromyces $113U 9 WilawAZNE
N33k UNTRILUATI BazateNeawn 91uau 9 loluan (PS9-65, PS13-65, PS16-65, PS23-65, PS24-
65, PS38-65, PS41-65, PS7-66 way PS9-66) vJu Bacillus megaterium ‘1713\‘1 9 lolyian dan score value
Wiy 2.25 - 2.0 (13797 2) wdestfaRverluaaalasiniaunsoldsuunwuaideldfngs W
TugaamnssneIMs NMUImS LagdusNYAs $31891v83 Zhang et al. (2022) Tdia3oeanaaly
N1997WUN Bacillus cereus Listeria monocytogenes Wwag Micrococcus uteus ‘ﬁlUmﬁ aulue1nis
yenanigamnsauen Bacillus pumilus group $1UIU 24 @1ERUS MNUNEIRIS 9 eendu Bacillus
pumilus Wag Bacillus altitudini Fafaundrendetuunnlddie (Starostin et al., 2015)
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M19197 2 HaN13INTRUNTTRAENUGIR UV SazareneaneaI8LATes MALDI-TOF MS

a6y AeWUgIAUNIE ana-vila Score value*
1 PS 8-63 Talaromyces flavus 2.34
2 PS 12-63 T. flavus 2.66
3 PS 14-63 T. flavus 2.67
4 PS 17-63 T. flavus 2.75
5 PS 34-63 T. flavus 2.23
6 PS 8-64 T. flavus 2.48
7 PS 9-64 T. flavus 2.50
8 PS 17-65 T. flavus 2.17
9 PS 18-65 T. flavus 2.55
10 PS 19-65 T. flavus 254
11 PS9-65 Bacillus megaterium 2.30
12 PS13-65 B. megaterium 2.38
13 PS16-65 B. megaterium 2.29
14 PS23-65 B. megaterium 2.30
15 PS24-65 B. megaterium 2.35
16 PS38-65 B. megaterium 2.40
17 PS41-65 B. megaterium 2.30
18 PS7-66 B. megaterium 2.38
19 PS9-66 B. megaterium 2.25

U8R score values 22.0 TUNLASEAUEANA (genus) wazwlla (species); score values 1.7 to 2.0 Fuunlaseau
ana (genus); score values <1.7 ldawnsaduunta

3. N3ATIVETIUAIUYNADIVAIITIATIEN
3.1 MNAHBUANYNABY (trueness)
NaLUSEUiBUNIIUNTTn (species) Yoss1azatadinn 31wy 10 loleian (PS8-63, PS12-
63, PS14-63, PS17-63, PS34-63, PS8-64, PS9-64, PS17-65, PS18-65 Waw PS19-65) Ae3an19%aluana
WazLA3 8 MALDITOF MS wuinfinanissuunidu Talaromyces flavus finnuadgadanuagluyag
98.32 - 99.63 Wofldusd uazen score value aglutae 2.17 - 2.75 (15197 3) waznaUIeuLiiou
nsduunsiavesnuaiiGuazanevoalats 9 anewug Sy Bacillus megaterium & AnuadBadsiy
o¢Tuv29 98.33 - 99.20 WoslFusd uaxilAn score value WAy 2.25 - 2.40 (115799 3) FeAAI
AREAReUAIETEMTIlIANaLay MALDI-TOF MS aglunusiussiiunisgausunanisnagaey
3.2 MINAFBUANMLULIES (Precision) ¥aAT84 MALDI-TOF MS
3.2.1 mmmmm’lumsﬁﬂeﬁﬂ (Repeatability)

NANNSVAABUANENNSEIUNSYNE (Repeatability) ¥9an1591huUNTIATIRTA L NDALN
$1uan 3 Faoene InenswSeusienadaeds Direct transfer ¥inn1smagou 10 41 lnenaaeulutuuas
annzieu fid score value Mimsnaasufuriinvesedunidlugrudeya nuin fegrad 1 fie
score value aglur29 2.04 - 2.25 AnaABWNTU 2.15 uazliAn %CV WU 3.63 fegsil 2 fiAn score
value agluts 2.06 - 2.26 fidadBiniu 2.14 uawile1 %CV Witdy 2.67 uazieg1ail 3 il score
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value ag/lutqs 2.06 - 2.23 fieeduwingu 2.14 wazia %OV iU 3.09 (115299 4) vauzding
mssuunianuailiduazateveamn $1uau 3 faege wudn dA score value Aivinsneaeuuiie
vosdunidlugnuteya wuin feg1eil 1 A1 score value aglutie 2.14 - 2.40 Aadswiniu 2.37
wazdlAn %CV Wiy 3.26 fregnafl 2 fien score value aglutiag 2.00 - 2.36 TAnadABIIAY 2.19 LAy
fiAn %CV Wiy 6.02 uazieensdl 3 I score value oglutag 2.05 - 2.35 fiaadewintu 2.27 uaz
flen %CV Winu 4.25 (1379t 5) B9 OV fietesnin 10 wWesiud JeweusunaziiunasinsUssliuna
3.2.2 nMsnadaulagd minfiaesied 2 Ay (Intermediate precision: between-analyst
variation)
NAADUMITUAVDITIAzANaLNA 91UIU 1 via (species) Yinn1snagasy 20 %
T msnfiimsen 2 au Inenadeuluiulazan oty wuin Wamiifisinsigdaud 1 fvh
msvnaeuivrlinvesqdunislugiuteya fid score value aglurag 2.04 - 2.32 fidedswindy 2.18
uazdl %CV Wity 4.09 dwsuidminidiesesiaui 2 a1 score value aglugas 2.00 - 2.34 fidiade
Wiy 2.17 wawdl %CV Wi 3.93 (5197 6) wazdialSeudiousn score value 713lé Tnemaaaumng
4R Student’s t-test inmdosiu 95 Wosiius wulh P Windu 0.666 (1571971 6) aufinIsnadeUm
vyilnvosuuniliFsazarewoainn wui1 1mhiidinsizsiauil 1 de1 score value ogflutiag 2.26 - 2.47
fAnadewinty 2.38 uazil %CV winfu 2.33 dmsudminiTinsiesieud 2 S score value oeflutas
2.24 - 2.48 §iAnadswity 2.33 uazdl %CV Wiy 3.09 (51971 7) wazdieUeuiisuan score value
759l8 Tnevnaeun1sEdn Student’s t-test Airuidosiu 95 Wasidus wuin P Wi 0.302 (11574t 7)
Fauanainen score value vaadmiiiing 2 au ludusnsnsiumeadn
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M13199 3 NINAFBUAIUYNADY (trueness) lunsTuunana-sliavedunidasaevleanmemeailn
2UIINYMALAIBLATEI MALDI-TOF MS

aneWug Wwnsendluiana \#389 MALDI-TOF MS
aUNSY dna - vila % Similarity dna - vila Score values*
PS 8-63 Talaromyces flavus 98.99 Talaromyces flavus 2.34
PS 12-63 T. flavus 98.32 T. flavus 2.66
PS 14-63 T. flavus 98.82 T. flavus 2.67
PS 17-63 T. flavus 98.99 T. flavus 2.75
PS 34-63 T. flavus 98.99 T. flavus 2.23
PS 8-64 T. flavus 98.50 T. flavus 2.48
PS 9-64 T. flavus 98.89 T. flavus 2.50
PS 17-65 T. flavus 98.99 T. flavus 217
PS 18-65 T. flavus 99.63 T. flavus 2.55
PS 19-65 T. flavus 99.15 T. flavus 2.54
PS9-65 Bacillus megaterium 98.76 Bacillus megaterium 2.30
PS13-65 B. megaterium 99.20 B. megaterium 2.38
PS16-65 B. megaterium 98.76 B. megaterium 2.29
PS23-65 B. megaterium 99.35 B. megaterium 2.30
PS24-65 B. megaterium 99.12 B. megaterium 2.35
PS38-65 B. megaterium 98.50 B. megaterium 2.40
PS41-65 B. megaterium 98.33 B. megaterium 2.30
PST7-66 B. megaterium 98.88 B. megaterium 2.38
PS9-66 B. megaterium 99.12 B. megaterium 2.25

RUBLNAR: score values 2.0 Tuunlaszauana (genus) uazwil (species); score values 1.7 to 2.0 uunlasedu

ana (genus); score values <1.7 Taanunsaswunte
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A9199 4 NANITNAABUALEINTEUNTYINGT (Repeatability) 909n15d9 0 unsinsazatsWoaLe

A1 score value

ﬂ%’lﬂﬁ > . A o 1 A v . A
MDY 1 FIDYNN 2 FIDYNNN 3

1 2.25 2.13 2.06

2 2.06 2.06 2.14

3 2.26 2.26 2.04

4 2.10 2.09 2.19

5 2.09 2.10 2.22

6 2.14 2.12 2.09

7 2.04 2.15 2.23

8 2.18 2.15 2.17

9 2.22 2.20 2.17

10 2.13 2.13 2.10

Species Talaromyces flavus Talaromyces flavus Talaromyces flavus

\nde 2.15 2.14 2.14
%CV 3.63 2.67 3.09

A13197 5 NANITNAABUAIINEINTALUNTYINYT (Repeatability) vasnisinkunvdnnuaiiissazany

Noanm

ASadl fn score value
foeadl 1 fagadi 2 fegedi 3

1 2.33 2.30 2.35

2 2.38 2.30 231

3 2.35 2.27 2.18

4 2.40 2.00 231

5 2.34 2.27 2.29

6 2.14 2.04 2.30

7 2.33 2.04 2.28

8 2.40 2.23 2.27

9 2.31 2.36 2.05

10 2.28 2.10 2.40

Species Bacillus megaterium Bacillus megaterium Bacillus megaterium

\ady 2.33 2.19 2.27
%CV 3.26 6.02 4.25
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A58 6 NMINAABUAUNBIABIIINUINIATIER 2 AU (Intermediate precision: between-analyst
variation) ¥893518¢angNaaNe

A1 score value

1uaudni I I R I
WMTNAATIZRAUN 1 WudNdtasziaud 2

1 2.22 2.24

2 2.18 2.19

3 2.19 2.31

4 2.32 2.34

5 2.04 2.00

6 2.20 2.18

7 2.13 2.06

8 2.19 2.22

9 2.27 2.20

10 2.14 2.20

11 2.08 2.10

12 2.06 2.06

13 2.31 2.20

14 2.10 2.09

15 2.09 2.15

16 2.27 2.13

17 2.04 2.15

18 2.26 2.13

19 2.23 2.26

20 2.25 2.12

Aade 2.18 2.17

%CV 4.09 3.93
Aade 217
%CV 5.97
Sig. (2-tailed) 0.666
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A58 7 NMIVAdBUALINBABIIIMUNTNIATIER 2 AU (Intermediate precision: between-analyst
variation) U89 UATII B AU NDELNR

A1 score value

Sruaudnd A 3
LRIUUMNAATICHAUN 1 LRTUUINIILATICKRAUN 2

1 2.36 2.44

2 2.26 2.48

3 2.36 2.36

4 2.43 2.34

5 2.47 2.46

6 2.41 2.46

7 2.4 2.34

8 2.32 2.4

9 233 2.32

10 2.46 2.26

11 2.36 2.41

12 2.35 233

13 2.37 2.24

14 2.42 2.32

15 231 23

16 2.36 2.44

17 2.4 2.4

18 2.47 2.38

19 2.43 2.29

20 2.36 2.44

Aadey 2.38 2.36

%CV 233 3.09
Aady 2.37
%CV 2.74
Sig. (2-tailed) 0.302

dgunan1Innass

mM3duwunviiasiazatevleain S 10 loleian MedSemdiluana wuli danuedeadaiu
(% similarity) ¥u Talaromyces flavus agluma3 98.32 — 99.63 Wasidus mmzﬁmamnaaummgﬂéfm
Y8IITINATIEN WU AN NABIDTTIUUNYIT AR 8T TNy Falaana windu 98.32 - 99.63
\Wosidus uazLa3 09 MALDITOF MS fiA score value Windu 2.17 - 2.75 @ seglutnasiniseeusy
AATaissaseuansalunsvhelunsSuund OV vesiaagns 3 daeens fidn 3.63 2.67 way 2.14
Wesidusd aud1iu uazAn Intermediate precision 9nmsaaeUlnedmtiiTiaset 2 au i CV Wiy
4.09 uag 3.93 Wosldud uaznaaounsadlagly Student’s t-test Aszduaudesiud 95 Wodldud
fifin P iy 0.666 wandlsiifiuimanmmadeutead i iTias s 2 au ldfiauuanseiumeada
veninillfmeiusiiansolfifumeiugidaiioldinduunana-siavenauidluletnmazane
WodLWn
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N139kUNYRIRUATIS Bazatevean T1uiu 9 lelaan AiedSendaluana wuii dany
AA18AGIAU (% similarity) AU Bacillus megaterium 7 9 lolatan Tnodl % similarity aglude 98.33-
99.20 Woldus YnurAin1snTIIEeUANLNRDesIsIlATIZ WUl AAugndestesissuunvin
seFSyseydluiana Windy 98.33-99.20 1Wesldus wazia3es MALDI-TOF MS iid1 score value
Wity 2.25 - 2.40 Feagluinasinissonsy Aeuifisssesmuanusalunisigilunisduunves
A29819 3 fa8g13 dA1 CV iU 3.26 6.02 wag 2.27 Wesidud Aua1aU waze1 Intermediate
precision 91nMsnaaeulasdminATias1ed 2 au il CV Wi 2.33 wag 3.09 Wesidud uasnaaeu
yaadAlneld Student’s t-test AiszfumnuTosiufl 95 wWesldud fid1 P iy 0.302 uanslsiifiudtna
navageutea i idiaT1zeivia 2 au ldfinruuansistuneada venandldaetusuuaiised
ansoltifuaeiugirBaiiolddaduunana-vinvesqdunidluleTinmazareveanin

AUBUAN

YavauAn dUinauAMEnTIINISALESIINeIMEans Ieuazuinnssy (anal.) wasiatuayumnu
WRelutsulszann w.a. 2565-2566

nsinasuITeluldusslevl
s msinduunana-viavessuazuvaiiiFelulsfinwazarevieas lngltin3es MALDK-
TOF MS vilsanunsansiadmsigsila 30157 wasusiugn wagla Talaromyces flavus way Bacillus
megaterium Mifumeiuséneds osusesmstunadeuletinmazanewoamany wsu. Je (@oud
2) W.f. 2550 Uagvan155useanieelfiRn1smuuInsgIu ISO/IEC17025: 2017

LONE1T19D

NFUIPINTINYAT. 2566. ANEIATILIUETINTN. NEUNWITLRFUNTIAU nFulTeugiine) nesidy
WUIUWNITNEANIINNTIAEAT ATUIVINITNYAT ﬂ'ﬁzm’mmwmuazawmai NIWNN. 62 ‘Vﬁj’].
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wadleTnunydanaaiyiulauaskaninvasininadesdniiugnlufumien
JmIAnysYIal
Effects of Potash Fertilizer on Growth and Yield of Maize in
Clay Soil at Phetchabun province
e aanae’ pleysind i’ syns ausen’
Sainam Udpuay’ Penrat Thiempeng® Thunyaporn Ngamngorn®

nauITeUgivinen NaeI AU TduNTHARNIINTINYAS

ABSTRACT

Potassium is an essential macronutrient for the growth and development of maize.
The research aimed to investigate the effects of potash fertilizers on growth, primary nutrient
uptake and yield of maize in clay soil at Phetchabun province. The experiment consisted of
12 treatments with four replications using the Factorial in Randomized Complete Block Design.
Two factors were tested in the study. Factor No.1 included maize varieties, specifically Nakhon
Sawan 3 and Pacific 339. Factor No. 2 had six levels of potash fertilizer, namely 0, 5, 10, 15, 20,
and 25 kg K;O/rai. All treatments were applied based on soil tests at the rate of 10 kg N/rai and
10 ke P,Os/rai of nitrogen and phosphate fertilizers, respectively. The results showed that different
rates of potash fertilizer significantly affected the plant height, grain yield and soil properties after
planting. However, there were no significant differences in stalk fresh weight, ear fresh weight,
% shelling, total dry matter, and primary nutrient uptake, and. In addition, an evaluation of
the efficiency of potash fertilizer use on maize showed that the application of 5 kg K;O/rai
provided the highest economic return.

Keywords: Potassium, Economic return, Fertilizer recommended rate, nutrient uptake
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Jelnuny 6 sgau bawn 0, 5, 10, 15, 20 uag 25 Alansu KO siols lngldUelulasauiazdeneoan
MuA1ATIEiaL Tudns 10 Alansu N aals wag 10 Alansu P.0s sals Tuynnssuds wan1sdnw

! neddidpiauntadsnsnannanIsinens

" Agricultural Production Science Research and Development Division

? Audideuarimnnsinunsingsysel wasysal 67000

? Phetchabun Agricultural Research and Development Center, Phetchabun 67000
> drifnifouagiannmainunaiued 2 fualan 65130

> Office Agriculture Research and Development Region 2, Phitsanulok 65130
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wud sl numnmuandsfurilitninadednifienuaeiu andnudauazautivoshunds
Ugnuansnanun1eada wilsifastetwiinduan dndniinan Weddudnzme dntdnus ua n39A
smewTTasisuaneiy uenaniunisUssiiusyansamnsldenunsrednlnadesdniuans
Tdtuimslatelnumaludng 5 Alandu KO sols Winaneuunumaasygiasniign

AdARyY: s1RlnuvaTen JunuAnInsIeiau KanEUWIUMNGATENY N15AASIHRIMTHY

UNUI

Irilnaid osdnd (Zea mays L) ufidlsiasugiafiddsognamnssuawnsdad Uszanm 90%
vesanAmivmmisdduingfudnlunssuunsdnennsderinelulssnalng Sufimngdgndming
Aesdnd 6,760,210 1uls Twandmiadssiols 724 Alandu uasAnid unanansiusisay 4,895,904 d sy
MnAE e ATnnG 8,110,000 fiu Tnedmiad LﬁuLmdaU@Jﬂﬁﬁﬁm aun sy sal wasswdEan ann
Uy wavany3 @rinnuesyghiamsinns, 2566) Swdamrsysaidiuiimegndilnadededunnis
813,001 13 upeiinandnads 683 15 Tagtummdndiinadesdeiindluszmadilidivme Seenindn
NENUTEMAISING 1,476,016 6 38R 15,022 anuum wiiesndnenmmsandnlnmassde Sulng
falnanmuasinandnselsluUsinasi WesnniidedfamaneUsvms W nas@aius il ummiysnza
fuanmituil msdamslivnyan anmgdemeuiuds uesanugeuruysaiveshus Tnenslisgems
flundrinadsdnifiuddlugiresedaduiohiniiddausmamilviomantadulnaemslinands
vostilnad osdnd szt nlnad sadnd O uiefinaldy oldd Tnglurag 30 89 40 Yurouniswaunas
AUt MNA9EgAldsn 9T Sl amnlads 75% (Raemackers, 2001) 1ng Saleern et al. (2011) WU
Tudssmefianu Wugdrinadsdaignuamlinandsgadeanuindlofiousuiusdninaesdiu Sdanm
sismslfofugeni Tnsusswrlneldinsusuusaiusininadedn fgnuaiiiimemeuaussionnensgs
i siugunsanssd 3 Winandaiade 1,150 Alandusiols (ivwg wavan, 2552) Wuguudla 339 Tinandn
1,564-2,228 Alansusiols (WaRawaaiug, u.U.l) Alla annussau (2558) sreauin mandad1alnaliila
wanAng ezl N enstimsliiugiAmnrautuanmiud Snsdansiu uasmsldelimnsaiy
ammiiuiiugn it inadedeiwiasiugonreumesiemdlitoasdamusiomesnemnsiaiusnd e
(eneni uawanuy, 2565) Tnemssded miwadednd 1 fu fanudesmssglulimau veaoda uadlmwadon
WU 18-4-17 Alan3u N-PK sials LV]‘EJ‘UL‘VHﬂ‘U‘UEJLmJ 18-9-20 Alan3u N-P,0s—K,0 mali GV HawAnlz,
2561) Inwammituuavauifvesdufivanzautuiminatdy maduiuifdnsssoedi snvusfumndide
Ausau Ausuwmier Ausiudunse wasAuwmider Anudunsn-Awesdiu (pH) 5.5-7.5 Buvseing 1%
weavlesaiiuvseloviiinnmin 10 fadnfuseilansy uaslmmadouiidulseloviinnnia 60 fadniusie
Alan3u (MaAmmainens, 2564) funilen (clay) iuAuiivszneufeeyumafumiennnnit 40% symavse
Wounin 45% wavarnmmwisiewdsasndn 40% Erinanuswdadingani, 2562)

Jedummddnsomslimandniio Tnsamzdninnidssdnignraudanudesmamidasuinisgs
Tnevhluudraznevaussiadslulnsiou (N) veavlesa (P) uaglmumaiFen (K) (Sharma and Das, 1982) Tagisn
InunadeadanudAgysonaas uAularesiiy e uas19RNULT WSIUB IR AU LaMSEs19man (NSRYINS
s, 2553) nszdumsvhaumeseuluinnii 60 vila Tunszurumaimansyineg RerfuR UM Atz
matedeudelupsnnnsnlddumieuvesiiv (Saleem et al, 2011) Falumsaialusiu msdaase
Feuas Aanmwalsl uaraaniaialsa (CFAITC, 2009) Sasmlnuvaidenlsifaraudioduduvesadaminiy
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wiidsogludmvoamwmnity Iun ¢y Tu uaznuiln Wudy mudadues Tnumaden Tulufiasialy
ag3emI N 1-4 % duseuIngiluAuvednunaden winiu 100 Tadnsu K deflansu (@nauiuwazdeuns
Uszweilng, 2564) Magasinnwnadeslusayive dnlvejegludnmesiuiaundn masvyaomelnvadey
Tfifsaeruievsoll eenunsoldanudiduvedmmadenluduidulazmdanusadu (Mallarno and
Higashi, 2009) TnumaiBesdusindisimsgapmednesesansinlulasiau uazdlefiUiana Tnunaidessnnifnly
fdamadudsmagalirmunaifeuasuuniidon e, 2558) ogwlsfnumsvesn nadeuduamg
vilavilsinandsiion JagiusnsomshifflunsdiuiBnalmvadoamduusslonissiuuunans
flo 5-10 Alansu KO sials (Ns3¥IN1sinuas, 2553) azWiui1 519 lnunaid eud us 91 anand iy
Fehiduderidemslivelnmiveryauniofunandedia Smisaifnsinunmmevauswelelmumely
Inlnadoednd Wusuasassd 3 uasiuduudie 339 Faduiusinwnansgugndilnad ssdaidmda

1Y

sy salilonlgn Fvimsfnuvisaesanenug § madeiil ingUssarmef nyinaveanislidelnunyse

v sa

NESAUle MIResINeNIY wasnandnvestTlnmiResdn InUgniudumiey Wedillddmiuuiulss
nsdamsdelnunenvnzadiunswaauuaded wuluiunfuwile Jmiamysysalsely

1 ad
aunIaULLaLIcNIT

4

aunsad

9

1. Luﬁmﬂ’uﬁ:%’ﬂwmLgmé’miqﬂwam Lo Muguasanssd 3 wasiuguuaia 339
2. Jeiaiiildnaass laun JegiSe (46-0-0) Jenuidagivasveain (0-46-0) uazde
Inunageunaslsa (0-0-60)
3. ansUaaiumindngity wagmdnivit
4. gunsalnieawy dmsuiuiiegafuuazii
5. Yanaunsalinenmans Ledesui wavansiall dmuieeiaunagiiv
383
TRUHUAINARDILUY 2 X 6 Factorial in RCB. vina@diaviun 4 ¢1
Hadedl 1 fio stusirlnadssdnd 1w Wusuasanssd 3 unsiuduudiia 339
aded 2 fio i”ﬂUSUEN‘UEJI‘WLLWU 1 6 5eiu Tdun
1) 0 Alandu KO sols (Ns5uBAuAw)
2) 5 Alaniu K0 sials (0.5 wihwele K anudniassvian)
3) 10 Alansu K0 siols (1.0 wiwesly K aua1nsIziau)
4) 15 Alansu K0 siols (1.5 wiweely K aua1insziau)
5) 20 Alansu K0 sials (2.0 wihwesdy K muAiiasiziau)
6) 25 Alansu K0 sials (2.5 wihwesdy K muAilasiziau)
Tnemnnssaisladalulasiuuaseneaminnuninseinu
ﬂaiuimlﬁm 9ns1 10 Alan$u N maii wazdeneaan dns 10 Alan3y P,Ossials
Lwﬂaﬂa 2 afs ﬂmn 1 LaJ muw 15 wouaau w.a. 2561 lngldd olulasiauas na Jeveamlnuay
s uasrdat 2 dleduit 13 WOWANAL WA, 2561 ’Laﬂaluimwumqamw
sudiunsveeedulsinumens Sunevaudn Soramesysal Tnelgndrnadedriuuuodoris s
o neuneu fa fueneu 2561 wameaesisegluRinasign 1674121.26'N uaraesdgn 101°1611.186'E

Fad uyARu T (Very-fine, smectitic, isohyperthermic Chromic Haplusterts) & LAUADE19AUN aulgni
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sefURLEN 0-20 wuRms dehluAnseiauiinemeninuaziedl shlumnliukshuiisy snduusuay
SouruRSEuNSe 0.5 Tadwns way 2 Tedwns udnhluins e ey e Hydrometer (Bouyoucos, 1963)
fordu ludnsdnuset Wiy 1:1 (Davis, 1943) Anmslwiiwesiu (EQ) ludhsdumuseth winiu 15
WEYasendes electrical conductivity meter (Rayment and Higginson, 1992) 8uviserd ") 1nei5v09 Walkley
and Black titration (Nelson and Sommer, 1982) Woane3ad i uuselown Tnemsafafuseineana Bray |l
LLﬁ”’J"ﬁfﬂﬁﬂ@mnﬁuuﬁaﬁwm%a spectrophotometer (Bray and Kurtz, 1945) Inunadesdiariale lnsnsarniu
§8 IN Ammonium acetate (pH 7.0) ud¥3ndee3es atomic absorption spectrophotometer (Pratt, 1965)

dudRvasAunaun1mMaaas

naeTEiaNURfA U WUl Aulldnwasdufumien Clay Loam) (Table 1) Ml unsa-answeasiu (pH)
Hunsatunans Tnefien pH Gt 1:1) wiiu 66 %aagﬂuﬁdaaﬁmmzamiaﬂ'm,ﬁ]'%iglﬁuimaaﬁﬁniwmL?Tméi’mi
Asiliia (EC 1:5) winiu 0.02 wddwudsiowns eglussiuliay fusinadurseingegluszivas windu
24% TFnameanesaiiduysslevioglusziua windu 50 fadnsusienlansy Usmalwmadenidy
Uselomiaglussiuiunans wihiu 86 fadnsusenlantu mnmsUssdiussiummugauaysaivesuluiud
Uqﬂsﬁn‘[,wwﬁymé’miﬁﬁmLLﬂmmﬂﬂaaa‘ﬁmﬁu (2523) Fiurieulgnilmnugeaasysaiuiunans efinsansng
eiwmnyanmATinsesiau Ao 5-10-10 Alan3u N-P,0s—K,0 dlels (nsafimmsinums, 2553)

wamanes Suwandases Wity 45 x 5 1wns Taviedy 48 ulasion svevsswitudasges Wity
1.5 wms svuzUgn 0.75 x 0.20 AT MU 6 403 813 5 11T UL 1 Ausevau andumsugndnilne
Bosdas Tutuit 15 weuAY WA, 2561 warlddemilinuAiin ey (ns3vmanens, 2553) lneuwddld
2 ada Ao adsil 1 safuvqumontgn (Meeawdn) AnainfiaAudseanc 5-8 luRung ez niudn
Uszanas 2-3 wufuns sedehlasaueisdnsmessaniidimulluidasnsnAinioutuleveaminuas
Tnundusaniicmuliluutesnsnis uasedsd 2 detminadesdnionguszanu 30 fu lddlulanam
fivdersdaniismualilusavnssis aenstsededulau (Wuu Banding application) @asinsvasuan
Ugn wagnsuiunau laglddegise 46% N) nIulagivaseann (46% P,Os) uavlnunaideunaslse
(60% K,0) wiosmuleu fdatafia uasvifunsiagdngdniinaualsning 4 mnduiudemendeiud 12
fugneu wa. 2561 et milnaoigUszann 110-120 Yu fufiiudenun 3 x 4 moaues (Fuderan
WeNANY 4 Uo7 LIUKAITY Tay 1w wasiwlasineulas dwar 2 uway 3 au) andlunistuiinteya
masyiuln nandn uazesdUsznounananan Tiun miugs tiinduan dviininan uavdunsmie
wianiln 10 Hn udrineudurensdadeniesin sumeiduingime lay

winide
Wesiusinssnng (%) = 100 x —
dmtniln

Table 1 Chemical and physical of soil before planting maize at Phetchabun province

pH EC oM Avail. P Avail. K Sand Silt Clay Texture
(1:1) (1:5) (%) (mg/ke) (mg/ke) %) (%) (%)
(dS/m) (Walkley (Bray I)  (NH4OAC pH7)
and Black)
59 0.02 2.4 5 86 246 296 488 Clay

Note: EC = Electrical conductivity; OM = Organic matter; Avail. P = Available phosphorus; Avail. K = Available potassium
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[

guiiudiegaiiy 2 dusiawdat lukdaznIsuisunTnsenAududuYesneIvs wasU3unnesTg
pwnsitnInadesdaiaald 1Wud sglulasiau veaveda uarlnunadey daimdnanuazimdnus
wonidu 5 dau fo wha ¥9 nuiln dfusarly weuiigaungd 65°C Hunm 72 Falus vdesunssitadwiin
Al niuiurltasBenuasdirnsimUiinalulamauions femsdesiiosdensa SO, b uay
AUAIFB Kjeldahl method dausmeanieauaslnuadusinnst ses e 195 ensn HNO,-HCO, Smdu
2.1 TenBanms udvimBinamleaniadasavmndeds vanado-molybdate yellow color uazUSunalnuvaiden
ﬁgqmm Srrzilaeldiadeq atomic absorption spectrophotometer (NFIAWINTINYAT, 2544) uaziiudlegng
FundsUgn Aszsuanudn 0-20 wufitsms

USunaussomnstudiusng 9 veet1lng (nutrient content) Auiadlaain

Ymnusts (Alansusiels) x anunduduvessine s (%)

Usinasnemsiifiugane (Alansusels) =
100

AuUsEansamnsiTdelnumy (Agronomic K Use Efficiency; AKUE) (flansusiaflansu K,0)
(Fageria et al., 2010) muwiaulaain

wardn (late) — wawdn (lafldds)

Ysinaudedld

Agronomic K Use Ef ficiency (AKUE) (flansusiedlansu K,0) =

Jinszinianavaussretglnunalagld response curve idoyanandnuostalnadvednd
91nmslielwunedisedusneg luadrsnsm scatter plot 1smsnelnunuduunu X nandniudn
F1alnaid sadniidunny Y wazadradunurliy (trendine) Tnsidonldaunsiduuualdud 1
Aduuszansmsinaula (R)

UNUYan1SATYAULA NM3AASINDINIVEINY NaNAARALIAUTENOUNANER UavauURvesunds
Ugnily Tiasngsideyaniaaia 1neld analysis of variance waziUSouiivuanuuanssvesdiade
17833 Duncan’s New Multiple Range Test Difference (DMRT) #isefuannandesiu 95% tneldlusunsy
IRRISTAT version 4.0 for Windows

uenntwmslieTeiauduAsonsamu Ineds value to cost ratio (VCR) A Swadnusyming
5618 a3 (gross return) sladun N3l o7 i 19 uannTINIE AUA (expenditure on fertilizer)
AingAves VCR agfl 2.0 vaneanuin 1A VCR Sanannmi 2.0 wansinmslidelinaneuuvudinuazas
iuamoULUALA1ANNB STuAIAT VCR Tigaty

ms‘uu‘wnmaua

1. GUE)lIaG]’JE)EJNWIJﬂEJ‘IJLLau‘MaQﬂ’ﬁVlﬂaEN‘Vliuﬂ‘UﬂTmaﬂ 0-20 LUURLLIAT

2. mauamsmmwlm aqﬂﬂivﬂaumamamLLavmamammﬂwﬂ laun AaEs dhuinduan dimindnan
WesWudnznziudn (% shelling) LAENANAMLEATIAINTY 15% (grain yield)

3. ToUAMNUINTUVRISIND WG LLazU'ﬁmmmmmswmﬂwmLamamaﬂiﬂ%
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FTULIAT LIUAY ManAL 2560 Fugn Mgy 2561
A0UNIINSNARY 15inunsns dwneviaudn Jminmeysysal

NANISNAABILAZIR1T]

1. anmpfionmdlugaugndnlnaideedng

U‘%mmﬁmuﬁfﬁmﬂamﬁqaﬁaﬁmﬁwi’mmmgmi dltuil 11 weunew w2561 fUSanmuiey
1M 13.6 uazanasiiaue vlifhavaney lufufomedmsumsenuasmsasyivlavesdtilng v
msvandnilng Tufl 15 wounem wel 2561 SlwaldSutruesvesauonaonnaUan TaeduFnanin
avauludou ngunieu Jguneu nsngnau Fonau waiueneu Wy 484, 104.8, 122, 137.6 uay 54.6 Naauins
gy TS aiulen easldsuienniuly shlifidwinads Swdmansemudemsas i ulauay
nslikaRER Ren et al. (2013) e Srilnadsdrisaulmdeanminduadldsuamudsmenniiand
s98 V3 e V6 uaw 10T lnsamudevneasdisd wnusyesnanindailifiady Iﬂaﬂ%mmﬂfmu&gmwiﬂqﬂ
aunssiafuAeTiul 12 fugneu e, 2561 Wity 464.8 Sedums SeUinanisuimmaiidninadsede
seanslylu 1 gauan egluyae 500-800 dadiums (FAO, 2021) (Figure 1)
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Figure 1 Daily rainfall and air temperature at Phetchabun meteorological station during January

to December 2018.
Note: Planting date : 15 May 2018 and Havesting date : 12 September 2018 on clay soil.
Air temperature data was collected at Mueang district and located about 50 km from field trial.

Daily rainfall data was collected at Lomsak district and located about 15 km from field trial

2. Msvasauiiule wandn wazesdUsznaunandndaTnadssdnd

mslatelnunedngeng 4 hiviliiwinguan dmtniinas uazesiduinzimzvedinnades
doiupnenatunsadd Tnedmilnadssdafliminguan sewing 920-1,201 Alansusiels dwidnilaan
FENIN 631-973 Alansusials wasiasidusinzinig s51Ine 83%-87% wasnsndelnunyinans
masaiuld LAy uesnanAnwdaiardu 15 % lasnavesnshidelnunyilvinugin
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LaTHAKAATIAIAL 15 % LTy 10%-27% way 9%-44% pud iy WarSeudisutumslladeTnuns
(ns333muAy) ueniuitustrlnadesdaiiuduudiia 330 Ihiwiinduan nandaiudafienuiu 15 %
wazosidudnzinig geniiuguasanssa 3 Andu 34% 20% way 7% muadu (Table 2) Asiiuin
sl elnunalunnnssaistodi umandnuded 1ninad ssdnignuavet ided iy Faaenndasiu
W39 Bukhsh (2011)

3. UninuisdumilanY LAaN13ANSINBMNTVRINY

wusuaynslidelnunyludnginng o lWdwalvidminuiuaynisaasinemnsvian (N P uae K) veq
% s o ed a =~ v W ¢ = ] aa a o
PlwaidesdninUgniufumilen Ymiamysysal Semuwsndnmeada lnesimsgaldlulasiau veanssa
warlnunaiden Twiudunsanssd 3 ndy 18.48-3.35-7.81 Alansu N-P-K sials sud1du Wugwuaila 339
WY 20.95-3.60-10.44 Alansu N-P-K sials mudiu (Table 3) uandliiiuin Auifiszaulnuvadeniniu
Uselgmiszaudmnan mslddelnuwnaludnng@uuaednnmuaiinsesiauliilviivgeldsineims
vandindy aglsnmuaziiuii drlnadesdsivsaemudiiviinansgealisinemnsdnuansdieiu

Table 2 Plant height, yield components and yield of maize affected by different rates of potash

fertilizer application

Factors Plant height Stalk fresh Ear fresh weight  Grain yield % Shelling
(cm) weight (kg/rai) (kg/rai) (kg/rai)
Varieties (V)
Nakhon Sawan 3 135.7 947 b 782 612 b 82
Pacific 339 140.8 1,266 a 886 732 a 88
F-test (V) ns o ns * **
Potash fertilizer (F)
0 kg KO/rai 116.8 b 1,039 631 536 b 83
5 kg KO/rai 140.2 a 1,151 860 685 a 84
10 kg KyO/rai 127.4 ab 920 711 586 ab 87
15 kg KO/rai 1499 a 1,193 941 746 a 85
20 ke KyO/rai 1478 a 1,201 889 708 a 86
25 ke KyO/rai 147.4 a 1,138 973 770 a 85
F-test (F) * ns ns * ns
F-test (V x F) ns ns ns ns ns
CV (%) 14.3 19.4 289 26.3 2.7

Note : Means followed by a common letter are not significantly different at 5% level by DMRT
ns = not significant, * = significant at p<0.05, ** = significant at p<0.01
Nitrogen and phosphate fertilizer were applied at 10 kg N/rai and 10 kg P,Os/rai, respectively.
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Table 3 Shoot dry matter and primary nutrients uptake of maize affected by different rates of

potash fertilizer application

Total dry matter Nutrient uptake (kg/rai)
Factors )
(kg/rai) Nitrogen Phosphorus Potassium
Varieties (V)
Nakhon Sawan 3 1,541 18.48 3.35 781 b
Pacific 339 1,847 20.95 3.60 10.44 a
F-test (V) ns ns ns **
Potash fertilizer (F)
0 kg KO/rai 1,804 21.57 3.61 9.52
5 kg KO/rai 2,045 23.39 3.92 10.97
10 kg KyO/rai 1,498 21.40 4.20 10.50
15 ke KyO/rai 1,790 20.18 3.64 9.25
20 ke KyO/rai 1,760 18.26 3.28 9.02
25 ke KyO/rai 1,508 17.78 2.97 7.82
F-test (F) ns ns ns ns
F-test (V x F) ns ns ns ns
CV (%) 26.2 18.8 12.9 12.5

Note : Means followed by a common letter are not significantly different at 5% level by DMRT

*%

ns = not significant, * = significant at p<0.05, = significant at p<0.01
Nitrogen and phosphate fertilizer were applied at 10 kg N/rai and 10 kg P,Os/rai, respectively.

a. UszAvsnmnsldtelnunesonisadenandnvastralnaibosdn s

sl elmmeludng 5 Alansu KO siels sl nInadsdriTusravEamnsliuademnd gl
MIasHaNERgEn g uasanssd 3 uag WusUUTTA 339 Wity 18.0 war 41.40 AlanSusienlansu KO
g sa1uszAns nmnsld ) ot 0 ud nwaied Ued fauFinalnunad suil g minluls adawand avosdie
TneuszAvBnmmsgelismewnsiidannazasisurasnsalumsgalismennsanieaiaduande
I¢fnn (@i uazassaiing, 2560) mslddediduszavsamdedldnssmusesiunnug auasy salvesiuuas
ausasmsvasity winldlusaniivesviewnnifuluedsualinandafivanas feiuutasdnsladenme
Tudnsaend 5 Alansu KO ol viesarmuaienzinuflivhlidrinadsdorifnsgldlnunaden
mﬂﬂ&ﬁmﬁu (Table 4)
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Table 4 Agronomic K Use Efficiency (AKUE) of maize affected by different rates of potash fertilizer

application
-  tertilier Nakhon Sawan 3 Pacific 339
Ot(isg ng'r;er Grain yield AKUE? Grain yield AKUE
(kg/rai) (kg grain/kg K;0) (kg/rai) (kg grain/kg K;O)

0 516 - 556 -
606 18.0 763 41.40
10 502 -1.4 669 11.30
15 750 15.6 743 12.47
20 650 6.7 766 10.50
25 646 5.2 894 13.52

Y Nitrogen and phosphate fertilizer were applied at 10 kg N/rai and 10 kg P,Os/rai, respectively.
ZAKUE (kg/kg K;0) : Agronomic K Use Efficiency

4. maneuauasieieTnunvvestilwadesdn

nnsasnlaaunisnisnevaussa oy elnunvlugyuuu Quardratic Inelviaunis
nsmeuauesinlnadssdalufunien Yortamasysal d1nlnadssdniinismevaussotslnuny
luiuguudila 339 nevauaswiadelnunyiis 25 Alansu K0 sals laewuguudia 339 lrinandnggn
894 Alansusials uazliaunisnevauswmadalnuny Y = -0.1806X% + 16.509X + 556 df1 R?=0.6938
duiuduasanssa 3 nevauasdadelnunyda 15 Alansu KO sels Winandnasan 750 Alansusiols
wazliaunismavauasiolelnuny Y = -0.3029X% + 13.286X + 516 fiA1 R*=0.4095 9zi¥iud1 91lue
AesdniuaziusmeuauasionislileTnunafiuandnafu (Figure 2)

1,000
PAC339 A NS3 @ PAC339

y =-0.1806x" + 16.509% + 556 L

800 2 =
n R2'=0.6938

B g mmim o
= s e F'S A
600 A mememrm T
E" ___________
T T A
T NS3
> 400
£ y = 03029 + 13.286x + 516
& R? = 0.4095
200
0
0 5 10 15 20 25

K,O Fertilizer (kg K,O/rai)

Figure 2 Response of grain yield of maize affected by different rates of potash fertilizer application

Note: NS3: Nakhon Sawan 3 variety, PAC339: Pacific 339 variety
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5. AuaNURvasAunaIUgn

nansitasandAniaadvesiundsugniisediuanudn 0-20 lwudluns nud1 nslade
Tnunsasunnsstulilavilianudunsa-savestiunasumamearesaiduusslovivasunlag
yEounnsnsfundafuifvesinlnadodaifaoniug unesamtainunaiisedusng q lavilday
Hunse-rsweshundafuifeuand sty ualifuiduiusseraiuiiinadodniuaysns i
fszsusng o uwinslddelnumaiisedusng 9 ilvviinaudunisiaglufuuasuSinalwunadoudidy
Usglovflufuumnsnstufuseiuvesnslatelnuney oraidumsgAumiefivinalwuadend iy
UsglovdogluAuseiuuiunans leladelnunvludsfiviuusmlinunadounnddlufiue (Table 5)
I@aﬁuwé’aﬂqﬂﬂ’niwmLgsqz%’miﬁﬁ'm’amLf]uﬂm-vﬁum"mmaaﬁmﬂum@ﬁ’m (pH 981719 5.3-5.4)
Sunseingludiueglusziugs (2.9%-3.4%) woaesaiiduussloviaglusedusi (2-8 Tadnsusie
Alansw) waglnmunaBouiiulssloviegluseiugs (197-305 Tadndusenlansy

Table 5 Soil analysis after planting of maize affected by different rates of potash fertilizer

application
Factors Soil pH OM (%) Avail.P (mg/kg) Avail. K (mg/kg)
(1:1) (Walkley and Black) (Bray 1) (NH4OAc pHT)
Varieties (V)
Nakhon Sawan 3 54 3.1 4 247
Pacific 339 5.3 2.9 4 248
F-test (V) ns ns ns ns
Potash fertilizer (F)
0 ke KO/rai 54 27¢c 3 197 b
5 ke KO/rai 53 29 a—c 3 256 ab
10 kg KyO/rai 54 3.2 ab 2 204 b
15 kg KyO/rai 53 3.0a-c 3 239 ab
20 kg KO/rai 54 34a 8 305 a
25 kg KyO/rai 53 2.9 bc 4 283 a
F-test (F) ns * ns *
F-test (V x F) ns ns ns ns
CV (%) 4.6 11.5 88.3 24.5

Note : Means followed by a common letter are not significantly different at 5% level by DMRT

*

ns = not significant, = significant at p<0.05, ** = significant at p<0.01
Nitrogen and phosphate fertilizer were applied at 10 kg N/rai and 10 kg P,Os/rai, respectively

6. Naﬂammumamswgﬁa

definnsandsmanauunuanmamuldtedmiunssaatinadsded Avgnlufunien
Fam¥amvsysal wuir msladelnunedng 5 Alandu K0 siols FadunisldadesniiAniineiauey
0.5 Winwearn K muAdinsizsiny Tikanouunuuruinsasuanniign oo VCR Tufusuudila 339
uagiugunsanssd 3 A1 9.77 uag 4.24 audy eamulddelnuny 1 vm agldSunanouuny
9.77 uay 4.24 U MU drunsaAsidnmsladelnumemuaniinsziau §791 10 Alansu KO siels
19 VR Tufusuu@iln 339 uazifusuasanssd 3 T 2.68 uag -0.33 auadu Ssmslddelnunysng
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asndmisldnudinsevidulinaneuunuliduauninisasmu (Table 6) Faaonadosiuaideves
Equar et al. (2016) 31891ufiadns 1 olnunad imunzaulufuffvsnalnunadeon 41 Sadnsusio
Alandu eAusrumieatunsns arsladelnuns 8nsn 8 K0 seld uazddnsloganitiviinaded
Gulaldduszans nmuarlalldnaneuunuduaunnisasu dumsdgndrinadssdalufumie
yaduTawuy dmiamesysal AivTinadunieingegluseiuas Usinameanledaiiduusslomiaglu
s uarUSalnunadeniidulsslonildegluszduuiunas uusdhliugndnnaidosdndiug
wUaa 339 sauiunslddelnunydnst 5 Alansu KO sials IANUANAMINATYFANENS

Table 6 Value to cost ratio (VCR) of maize affected by different rates of potash fertilizer application

Potash Grain Increase Gross Gross Coston  Expenditure Net Net

Varieties  fertilizer yield yield benefit  return  fertilizer  on fertilizer benefit  return VCR
(kg K:O/rai)  (kg/ral)  (kg/rai) (Raht/ra)

Nakhon 1. 0 516 - 4259 - 674 - 3585 - -

Sawan 3 2. 606 90 5001 742 849 175 4152 567 4.24
3. 10 502 -14 4143 -116 1024 350 3119 -466 -0.33
4. 15 750 233 6184 1925 1199 525 4985 1400 3.67
5. 20 650 134 5363 1104 1374 700 3989 404 1.58
6. 25 646 129 5326 1067 1199 525 4127 542 2.03

Pacific 1. 0 556 4583 - 674 - 3909 - -

339 2. 763 207 6293 1711 849 175 5444 1536 9.77
3. 10 669 114 5521 938 1024 350 4497 588 2.68
4. 15 743 187 6128 1545 1199 525 4929 1020 294
520 766 211 6323 1740 1374 700 4949 1040 2.49
6. 25 894 339 7378 2795 1199 525 6179 2270 5.32

Price of maize grain at 14.5% moisture content: 8.25 Baht/kg in 2018, Cost of fertilizer: Urea (46-0-0) 12
Baht/kg, Triple superphosphate (0-46-0) 26 Baht/kg, Potassium chloride (0-0-60) 21 Baht/kg
Nitrogen and phosphate fertilizer were applied at 10 kg N/rai and 10 kg P-Os/rai, respectively

Source: Office of Agricultural Economics (2018)

dyUnan1Imaasg

sl lmunlunsugnimlnadedniiusuasenssd 3 uasiuuudil 339 uwuedeusu lufumien
(yaRuTavam) Smiamysysal Faduiuifissdunugauauysaliiunans wagssaulnumad saiidu
Uselomildegluszduuiunans (Avail. K wihiu 86 fadnfuseilansy) dwalidlnadesdn it
g finsnevaussietelnunvuaslvinandnneuunudurdensasmuinniian Welddelnunaludnm
5 Alan3u K0 sels lnsliinandnadsluiuduudfa 339 uag Wusuasanssd 3 Wiy 763 wa 606
Alansusals audiu Inefiauduiusuuy quadratic muauns Wuguudde 339 Wy Y = -0.1806)% +

16.509X + 556 il R? = 0.6938 uaz Wuguasassd 3 10U Y = -0.3029X° + 13.286X + 516 § R2 = 0.4095
Inelvinandnudadminadesdnigainiinsiladelnum 37% uaz 17% suadiv

ANUBUAR

YeUoUANALIITELasTRIMIINYRSNYsY s A ueaeTzitmEslumsiunednlnnbesdnd
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A15U5ZEUAMUEYIINNS IFE15UBINUNIIAITNYILATIAADS LUNDULAS

AainunInsilY {uslna uazialandeon
Risk Assessment of Herbicide Alachlor Used in Shallots to Farmers,
Consumers and Environment

MYIUINT AIUAT' Udas) pauaa’  UseAn dunsav’
Kanjanapa Duangnakorn®  Paphatsara Khunlert!  Prakit Chuntib?
NauIL MU NYNITNYAS NaIENLITLNITHEANINITNYAT
ABSTRACT

Alachlor is a chloroacetanilide-class herbicide that is used to suppress pre-emergent weed from
seeds in the cultivation of shallots. This herbicide is effective against both narrow-leaf and broad-leaf
varieties. The pesticide suppresses the production of protein and inhibits the development of weed
roots. This pesticide may have an impact on the environment and farmers near the cultivation area.
The application of herbicide alachlor in specialty shallot cultivation may result in pesticide residues in
the product, which could pose a health risk to both farmers and consumers. Consequently, this
investigation examined the residues of alachlor used in shallot cultivation in the field located in
Bo Ploi District, Kanchanaburi Province, from October 2022 to September 2023. The study employed a
backpack-type sprayer with water at 80 L/rai to apply a 48% W/V EC of alachlor at a rate of
300 g a.i./rai. The pads that were attached to various locations on the body of users, as well as the
water used for hand washing and foot washing, were collected after the spraying. In addition, samples
of shallots, sediment, water, and soil were also collected from the harvest sites. The results have
shown that the sprayer was contaminated with alachlor at a rate of 0.21 mg/ke body weight per day.
The toxicological data of alachlor was employed to calculate the data for risk assessment (Margin of
exposure, MOE). The use of alachlor was determined to be risky (MOE <100), with a MOE range of
23.81-714.29. Alachlor was detected in the soil samples at concentrations ranging from 0.05 + 0.04 to
2.06 + 1.43 mg/kg dry weight, while it was detected in the water samples at concentrations of
0.02 + 0.02 and 0.35 + 0.32 pg/L. The alachlor residues were found to be the highest after the
application at 0 day (2 h). Alachlor residues were not detected in all sediment and shallot samples.
The half-life of alachlor in the soil and water was 5.9 days and 8.7 days, respectively. The health risk
assessment was calculated using Hazard Quotient (HQ) values. The average HQ in soil was 1.23 x 10-2
for the age group of 6-12 years and 3.89 x 10-2 for the age group of 70 years. For those aged
6-12 years and 70 years, the average HQ in water was 0.78 x 10-3 and 2.62 x 10-3, respectively, which
is an acceptable value (HQ<1). In addition, the Risk Quotient (RQ) values in soil and water were less

than 1, which was a permissible level (RQ<1).

Keywords: alachlor herbicide, Margin of exposure (MOE), Environment
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unAnga

azaraesiluansidniuiungu Chloroacetanilides ldlunisamupuisiguszinvnousonain
wéniwszanluaunazlundne Tnedudensadelusiuuazdnanamsiesaivlnvessniviie §e
AaadAveserarnanifidanudssiiavdimansznudequainluszezenn nsldozainasiiiieridn
uirlundasugnitveswieilles enafonnandiveserainaesfiiamuidssiiazdsuansenusoguain
Tuszezenn msliezaimasdiiomdnivivlunasigniivedsseiiles mslilunuaseesdeiiles vils
\Rnmnuidessioguaimaeanuasng uazdanadesuinauvannzlgn Jalddnvinazdsailiunansenu
yesansozatnansiedunndon Tuulamenunsiisunetenasy Ssinngauys szuinadiounaiay
2565 faLhouiugIeuy 2566 Ineldorainaos 48% W/V EC 8731 300 ﬂ%Jmawsaaﬂqwéﬁfaii (G
80 dnsstels WumimaLmaqwmwuavwwwm mﬂuumumamqLmumwmmuumumqs] Y8I319N
thénaile i dregiehu, th, senoufiu uasveuunsiiszesiuien ATITIAT Uy
pndne wutezanaesfivulouuuiamediuans SuTuiw 0.21 Sadniudedlansu twrindasetu
dloseiiuanuidsadenisduiaana1veuinasininuuasnsie (Margin of exposure, MOE = 23.81-
714.29) wuirdimrmidssannsidanserainass (MOE <100) wagnuasozainasinnAslufuuina
oA 0.05 + 0.04 - 2.06 + 1.43 fiadnFusorlansuthuiinduuis lunade 0.02 + 0.02 - 035 + 0.32
lulasn3usiedns JuUunmansiumndisgagandariu 0 Ju 2 $2Tue) drflunzneufunazveuuadliny
manndndlunndogne Aa3sin (half life; t1/2) veserarnand Tufuwaziuwitu 5.9 fu way 8.7 Yu
muadu eUsuiliuanudessiogunmsesi Hazard quotient (HQ) Tufiu %2901y 6-12 T léfiade
1.23 x 10-2 wazt2901y 70 U IfAnads 3.89 x 102 Tuth 1981y 6-12 T ldduade 0.78 x 10-3 uay
$2901g 70 T ldAads 2.62 x 10-3 Fafesnin 1 Feeglunueionsuld uazUszidiunansznuse
Aawndonsieen Risk quotient (RQ) ludu waxih fiddesnin 1 wuiilifinudss (Ro<1)

AaAgY: asndnivivesainass, AmvaunadiauUaonsiy, Fuwinaeu
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unin

vieuns \uitvinfiflenuddgmaasugia Wundeuuslaavesnulneg thinussemsifieiinsaa
Tfoseedeiy vieuundiioinenmans Alium ascalonicurn L. Wuiialuasdndunds (Amarylidaceae) finns
wnzdgnluedsnasuazie@ons fusenidesls veuuasanansaugnlsnasnd nandnazduiinasnniian
Tutrwdsggnsviun dadugguum vesunsdimsedaiulalaaysal Yagtuvesunadufivissmelved
msdseongs aaafisute Iiun sale Sulaiids Aswlus ayTuoennans luseduaus wesiu uasduingy
Jusiu (nquansaumensinems, 2563) aza1raes (alachlor) Wuansidniviungy Acetanilide THlunis
musivfisUszamnousoninudaissialuseuuaglunine lumsgnueuuns ezt dvalna d1aring
drlwadesdnd Soo musgiu wasduvies TnsnsvuaquAuieutgnviouns vnsfufimiutu exaneaos
ﬂxlﬂgugﬂﬂ'l’iﬁ%’l\ﬂﬂﬁauLLazsfllﬂ‘ll’;Wﬂﬂ?ﬁLﬂ%iij@UImﬁuaﬁi’]ﬂfﬁﬁﬁ% (ngade v, 2558) fiauuiivineglu
seaudunTIeUUnans Class Il iwAgunaun1aun (oral) Tununaaesen LDy, Wiy 930 - 1,350 adnsy
doflanYuthmings Awdsundumsiamds (dermal) LDs Tununaaes winiu 4,982 fadnsusenlansy
minda wagnsesnewindy 13,300 Sadndusoflansudwiinga (U.S.EPA.,1998) dmsunisidng
danndouvesanserarnae’ ndwiuluuvaunynsnssy azeesansiinszaieluluenna vsdugns
Snadneinlu lwaﬂﬂmmmﬁaﬁﬂ andnslufin visdansawdoune (mobility) mﬂﬁudumﬂﬁﬂé}’ﬁu
mmsmmam‘maaaftwm'iiJuLiJausuaqaumﬂaai TuthAuwes U.S.EPA (2018) ( (aiviu 2 hﬂmﬂsmaam)
nslfansrndndnsfiveswiaiios iliAnaudswiogunimwesnuning uardunadon muideii
’mqﬂiummwaﬂiumummLammﬂmﬂ%aﬁm%mﬁnwmwmﬂa@ﬂwammamﬂﬂimmwmﬂmﬂmmu
fhseguamnunsnsgld Usinaianmdunandnserfuslnavouuns uasdsyifiunansenuserudura
uarAandeunnUimaiinnéndluiu i wassznouiu

gUNIalLazIzNTS

gunsal

1. 3 osflouazqunsaifililundamaaes Idun wassdniuazaznou ndosdlaifiudogiafiu
(soil auger) VNaaRndmUiuFIegTin High-Density Polyethylene (HDPE) 4u1a 1 8015 270
uindmiufuiedmznouiu gaanafndmiufuiedsiunasmeuuns wdnilotnamnimii Téun
wdpsianudunsn-sg (pH meter) waw eoaian1niiluih (conductometer) fsussgiudedmiu
AUSNANMEI0E195EM IR 1AT BIMLLUUAZINENET URndua tn3esianuiEiay
YAAMTURNUATT WHURNENEIwIn 10x10 Wuiwns aumiildndmsuiiufmegisunudn dremnun
ifudiegauagiiufivhnimmeaes arstiostufdntufiverarnand 48% WV EC adummsdviy
Somunituiivhnsmeaes

2. indpanmuazgUnsalfilfluriesu§UAnns ldun vingusuauin 250 faddns nsvuenma
uIm 100, 1,000 Haddns vINunNad YU 250 Haaans NTI8WAI NSIBLEN YU 1,000 1adans
Graduated tube Yw1A 15 Tadans NIgA18NIBAUBT 1 ¥I0 vial YA 2 1adanT NaenwumsinTvun
15, 50 Hadans

3. answadl lakn @15u1nsg1ueza1naes (alachlor — CigHyCINO,) mmu%q‘m'é 99.34%, @15LAdl
AR grade Town ethyl acetate (C4HgO,), anhydrous sodium sulfate (NaSOy), hexane (C4H14), acetone
(C3Hg0), acetonitrile (CH3CN), anhydrous magnesium sulfate (MgSQy), trisodium citrate dihydrate
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(NazCeHs07:2H,0), disodium hydrogen citrate sesquihydrate (Na,CsHgsO7-1.5H,0), sodium chloride
(NaCl), Primary Secondary Amine (PSA), Graphitized Carbon Black (GCB)

4. w3nsflednenmans loun indesdinuanBuanedon 2 funta waz 5 dunls, A3 eemal
d@19aany (vortex mixer), Lﬂ%‘la&mﬁh (reciprocal shaker), m%‘laqnébuizmamuwwuu (rotary
evaporator), w3 peszmansuuululasiou (nitrogen evaporator), 13 UEINTIBLEN (separatory
funnel shaker), Lﬂ%@ﬂﬁ’]ﬂﬂ?’]ﬂﬁiﬂﬂ (ultrasonic bath), w3asduwies (centrifuge), G:TL?JU (refrigerator) i
aunsnvigamgiild 513 ssamnwadea, duruds (freezer) Aaunsavigamgilalugag -25 f
0 earwaldea, v (oven) La3osudalasunlnnsm (Gas Chromatograph) fnsa9invia Micro-
Electron Capture Detector (GC-pECD) ¥@4UT®¥M Agilent Technologies 31 6890N

/s
1. maujianuluwlamaaas

1.1 drsrauasdnidonuuamnaaosvouunsluiiufisiuadesaiu sunovewasy Fwia
mMagauy3 diufivgnussana 115 dnvasudaaduutasenses szegrnaszndnedesUszuna
50 wuRiuns Thirmisumauardheglunsmizdgn fvungafusegnauasindatisuansgaifiv
fegausnaulaign dufiufu 6 fegs degiai 5 fegs uasngneudu 2 fegs ieliiiu
M8es control AeuviuansUeeiuMInuiy alachlor

1.2 AALNUKIAN8UUIN 10x10 WURLLAT mma'auﬁmﬂuuLgaﬁwmg’qumi laun wan
uriurindnayn U1 2 419 enidednuilu endediuuen men 2 413 udadiulu vdsiuuen duw 2 41
wsduuen 2 413 uazudedilu 2§19 afonun 16 9a WednwuTuanmsduidiouasfivuusinie
Yo ua1s (OECD, 1997)

1.3 vinansilosturidaiadia alachlor 48% W/V EC 8nsnnsld 300 nfuanseengmisials
shelaTemiuaznends ndaiu iiudsgrausiuinansmeguansldlunnuiidinda udedis
11dneflo waztndrainvesruas guifufiogeiu Ui uagngnoufu ndariuansiiszozim
0 (2 Faluandsmsviuans), 1, 3, 5, 7, 10, 15, 30 Ju uazFuAuiAsmandn mas9dieszinuIana
GRETIIRRN

1.4 duifiushegnmenunifiszeznafiuifien $1uru 10 Megs inamatinseimuIuna
asfiuandne foghaiamunfiivanuameassazgnifumuBluddldiudaiofnuaniniegield
AouilUiinnesilusos fiRns fthevsimetstanuuanivoglunuusiivnga

2. mMsuUanuluieslfinnis
2.1. awSeusegafusasanouiu Wuasiu Tuldl Adl wiedug Uasuuueen thihedis
fu unzaznouduluidluneawnuadliinnutumdoUssana 10 - 20 Wesidud uameshdlfasden
Aouvhnstadmin uwsieghadu 2 duw fo dilumesidudaudumuls Back (1965) uazafin
Wiedlasgivnusnamsivandng
2.2 nawieuiieg e Ueniden wWlutuasdende blender 1138 food processor Aawis
thldasSeuade
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2.3 N3ANAFDYNY

2.3.1 Freeaunudi (U.S. EPA, 1998) 1}199@ Duran w11 250 dadans Aiflieg euniui
17 4fial ethyl acetate (AR) 75 fiadans Unrh wenliidniude vortex mixer wiu 1 undl anndutild
weBLA3aaEn (reciprocal shaker) A1353 210 saudoundl WWunan 1 F3lue nsesansazaneru
N3zAwYNIBNURS 1 f1UT3Y sodium sulfate Waslunszuensms SuiinUTuasils mansazandldviniu
nauvwa 250 fadans vhnsaragidag ethyl acetate (AR) 25 fadans Uar wenlwdhiude vortex
mixer w1n 1 Wit dluwgdaeiadeang (reciprocal shaker) A1use 210 sousiowndt tduwan
30 Wit nsesansazans TuiinUsunes uwasmansazanvaslurinfunausiuiumsasansausn thlan
US1n568LA3 84 rotary evaporator ﬁqmm:ﬁ 40 9IANARHE UNDUWKS Y2d15918 ethyl acetate
(PR) vfiulu craduated tube anU3unsdaeLA3es nitrogen evaporator wdUsuUsuastily 2 faddns
#e hexane (PR) Tdluwan vial 1lunsa9linszsidenios GCUECD

23.2 fethah 1hdeie wazind1awin (In-house method based on U.S. EPA, 1994)
msshetnah 800 dadansldlunsieusnuuia 1,000 faddns Win hexane (AR) 100 fiadans Wiluiwen
FenspagnTInen (separatory funnel shake) Wunan 3 wndl Aebiliuendu Tudauans (i)
Aul¥aiaegn dauuy (§u hexane) nsosriu anhydrous sodium sulfate iuliluvindunagvuin
250 fiadans vhnsatnduine1dae hexane (AR) 50 fadans 2 ade Woasuudalssnsronendae
hexane (AR) 10 fladdans 8n 2 a¥e tivarsafaluvindunasluiy vildanusuanslaeld rotary
evaporator igumgil 40 ssrmwalTya TUABUWRS ¥a139e hexane (PR) 1iulu graduated tube
anUSuImIAY nitrogen evaporator kaaUSUUININTA8 hexane (PR) Tils 1 fiaddns ldluvia vial
lUTeszisaerses GCUECD

2.3.3 fregeiiunarnznau (Ussendldls ultrasonic 90 Babic, S. et.al., 1998) Ha0819
AuvIeRnauAuUAazden 20 + 0.05 Nu Tdluvinguvunuuin 250 1adans LA hexane : acetone
(AR) (50:50) 75 fladans weliiiume vortex mixer Ul 1wl wdanhluwesenae ultrasonic
bath um 25 it saislilimnaznou nsosansaratBruNTEAIuNIOAUeT 1 UTTY sodium sulfate
Tdluwnfunanvuin 250 faddns vwvIneae hexane : acetone (AR) (50:50) 20 fadans 2 Ass
Auasadaluviafunasluids iluanuiunslagld rotary evaporator igaumgdl 40 ssaiwaidea
UIAOULS BEa15728 hexane (PR) 1AUTY graduated tube anu3u1msAa8 nitrogen evaporator Laa
USuU3unasene hexane (PR) Tild 2 faddns Tdluvan vial dlvimsevisnendes GCRECD

2.3.4 frag1arenunt (EN extraction: EN method 15662) 9fm0819auuaenin
10.0 + 0.02 n5u Tdlunasasurn3iadaun 50 Jaddns Ay acetonitrile 10 fadans Und weeeile
wag vortex mixer Wutan 1 w1 1AY anhydrous magnesium sulfate 4 n$u trisodium citrate
dehydrate 1 n¥u disodium hydrogen citrate sesquihydrate 0.5 n¥u Wag sodium chloride 1 n3u
Umelr weemeilowas vortex mixer 1Wunan 1 widt thludumiesiianuaseu 4,000 seuseunit Hu
na1 5 it gaaisazatediulant 6 faddans ldlunasawunifiadauia 15 dadans U399
PSA 150 fiadnsu GCB 45 dadnsu Wag anhydrous magnesium sulfate 855 fiaansu Uann
wedeiowaz vortex mixer Wunan 1wl diludumisafianudiseu 4,000 seusioundt lunan
5 Wil geansazanedulann 3 Jadans Tdlu graduated tube anUTUIMSATE nitrogen evaporator W
USuU3anaseae hexane (PR) Tld 1.5 fiaddns ldluvan vial tiluiesssidheinios GCUECD
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2.4 aINATIFINIUTUIUENTREANANY alachlor Tumpgnaunurn dhdsdle Wrd1ayn W1 Au
pznouAY wazvoulas lngldaseuialasuilnnsw dnsaadinwidn Micro-Electron Capture Detector
GC-HECD &alIN15MIVANANTIENITINNUVBAATEY Al

Mode: Pulsed Spitless
Column: DB-1701 30 m x 0.32 mm x 0.25 um
Temperature: Injector 230°C, Detector 300°C
. . 20°C/min R . 2°C/min o .
Oven program: 80°C (1 min) —=—~="% 220°C (1 min) ——— 235°C (3 min)

30°C/min
—» 280°C (2 min)

Carrier Gas: He 1.4 mL/min
Injection volume: 1 pL

Run time: 23 minutes

2.5 funaAIA3aTae (half-life, t,,) AMWIMMSEELNATTaNs alachlor @anesanasauiivsuna
ﬂ?ﬂﬁﬁﬂ (half-life, t1,) Tud7eE19AU ﬁq LATALADUAY INFUNIT 1, =-0.693/b 1ag b laananauns
y=ae™ Famlgnnnsmaruduiussemnaliunaens alachlor andne wazszesnamaminans alachlor (1)

2.6 n3UszfiuAudes

2.6.1 m3Usaduauidennnisududa (Exposure and Risk Assessment) #iatNERNT
Bl AwanA1veunaginNUaenieaInnisiasuatsity (Margin of Exposure, MOE) lagldinauai
msUsziduaudes §195997n Pesticide Risk Assessment (U.S. EPA, 2005) A9anng

MOE = NOAEL/Exposure e, (@115 1)

\ilo NOAEL (No Observed Adverse Effect Level) fio Angegauasusanauansiuililunismaass
lsiviliiRanasulsifialszasinsfivinewes alachlor uaz Exposure AovU3inal alachlor 7igadsiing
19078 (mg/kg bw/day) n1sutanaaindn MOE fisnuialdiSeuifisufuen Pesticide uncertainty
factor 11nA1 MOE fAs1n3161 Pesticide uncertainty factor zdia71fimnmdsa (Risk) wazad
MOE=>100 foinegluseiuaudesiisensuls (Acceptable risk)

2.6.2 MIANYINANTENUIINAITUNINTZATY (Environmental Fate and Transport) lag
AWIIIEEEnaITians alachlor danesanasauiiUsunansmile (half-life, t,,,) luseensmu ¥ way
AENBUAL INAUNTT 12 =-0.693/b e b ldunainauns y=ae™ Fumlgannsanuduiusssning
UFuadans alachlor ANANY wazsEEzAIMEINUENT alachlor (Tu)

2.6.3 miﬂimﬁummL?{mm'aqsumwmﬂmﬁ%’ué’uﬁamqﬁwﬁ’qﬁ’uﬁuuam}]ﬁﬂmﬁau
(Exposure and Risk Assessment) Ingldsaiiainusunsie (HQ) s HQ Aulmiana ADI (U3ua
ALdeiinunInslaiuans alachlor fatu) Wisuduen RD (161939 fe Usnuansiiviitesgnaiisianie

(%
)=

SlalaglivinlmaAndunsiensatdufiunesianie) Jaun1seiuiod il
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ADI = (Csoil/water*CF*IRsoil/water*EF*ED)/(BW*AT) oo (@ung 2)

o N v

We: ADl Ae  USunaudsiuad 8f i uanasiandnsieanA19lufy, veuwnd (Haansumenlansy),

Y

11 (lalpsnSusie ans)

C Ao AUuTuYesaIsiidadngiuanasluiy veuuas (dadnsuseilansu), 1
(lulasnSuredns)

CF Ao unit conversion factor = 10° Alansureliaansulufuy

IR Ao ShmmsleSuansiwiiananduiu 200 aansusetu dmsudin, 100 Saandusetu dwsu ey
T 0.745 Anseiotu dmsuin, 0.943 Anssiodu dwsullve) (US. EPA, 2008)

EF o ewdeessduda (365 JuA)

D Ao sternaniiduda (years) dmsuineny 6-12 U uax 70 T dwduiflue

BW e anmasiiving (Rland); dmsudinens 6-12 U (33.38 Alansw), flve) (53 Alan3w)

INMINAAD
AT Ao seeznaniliads (365 Yu) (EF*ED)

NTALIUAIAINLEIINESHEANANNLARINAY hazard quotient (HQ) FsAruiaiainal ADI Laz
A1 RD Avaunsnaluil

HQ = ADI/RFD . (@un1g 3)

\flo: RfD fie reference dose lan1we3a1s alachlor Windu 0.05 Gadnsuseilansusefu
(IUPAC,2019)
nausinsdindy Avueld HQ »1 vnedis an3 alachlor andnsegluszduidsasioinunsng (Risk)

HQ <1 maneds a3 alachlor andnsegluszAugausuls (Acceptable risk)
2.6.4 miﬂimﬁummL?iaqﬁ?iqwaﬂswwia?mmé’au (Environmental Effects; Ecological

risk assessment) I(ﬂ&ﬂﬁi’fﬂ"lﬂ’a’nuﬁl&m (Risk quotient; RQ) Lﬁla MEC (measured environment
concentration) Aa AL T UVeIA1ST Talud awinden way PNEC (predicted no effect
concentration) fis AmsiuTugsanvesasiliidmanssnusedsidin

RQ = MEC/PNEC o, (@unns 4)

NaTinSFRAY sl RQ <1 wansiildfnudes (No immediate concern), RQ 1-10 wanging]
AuLAsudnias (Of concern if supply volumes increase) , RQ 10-100 waneinfiandss n1san
AnudBazdosthdeyaduiiieadesnfiansaniansie (Further data require) uaz RQ >100 wansind
mmLﬁaqqﬂﬁmﬁwLﬁumiammwmﬁmﬁuﬁ (Reduce risk immediate) (ECB, 2003 and ECHA, 2008)
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FTYLIA SUAY WWBU RaA 2565 Fuan Wnou fueneu 2566
dounvinmsneaes 1) ulameaes ludunevenasy Sminnigauys
2) e uAnisnguaifenansenuanmsldingiiunisinuns

1 LYY

NaxITnUNYNITNYRT NBIeRAUITaTaNIHEANINITINYAT

Nﬁﬂ']i‘ﬂﬂﬁﬂ\‘lLtﬁgaﬁl'ﬁﬂjﬂ']i%ﬂﬁﬂ\‘l

1. U3uauans alachlor Uuﬁjauum’wﬂflag’{vw'u LLasmsiJszLﬁumm?itlwiamwsns;ﬂ%‘luuﬂawamm

NAMTAATEUTaNA alachlor UL Anaidsinen vess1sneru wumsUudoussnmmnn
(9.66) ;33N (8.92), U1 (2.41), anlu (0.75), Bnuen (4.43), fion (7.73), vidauan (0.26), A1 (37.91), wdshu (14.96)
wazutauen (1,215.79) walelulasnsusa 100 M ILUA LIRS ?fawuﬂ%mmﬂwﬁauqaﬁ qm%nmﬁauaﬂ
U3ana 1,215.79 lalasniusie 100 snawuimns Anudlaulusywinmuens 1.5 wasaoiuni hinumsanang
Whnamdwiuly dnnidndie wesidradh dudousina 459.14 uaz 275.81 lalasnSusiedng mugns
Usinas alachlor ivudouuuwsiufitanndausineg sassisme suvivuitouiiteuasivin dethunduna
Juusunaansiuseiuilsanunvessnanie (U.S.EPA, 2009) fildainnisnaasiiedssiiuusanm
alachlor Yuideuvuinsmenendsniswu AndumsfiRnununilusses Ju wuiilusaa alachlor
Juidfou 0.21 Sednsusenlansutmiingsiotu uandumsed 1 thieyauiinaans alachlor fivuidleu
vuwruidldannsfneanmuianiieUssiduusuiaans alachlor uus1anie (Potential Exposure)
FoAndunsufoRnuieiu uduhluvsaiumyiinuasiviigadudidsnsnie (Absorption Dose)
1N51801UNTITo8s Ronald et al. (2009) ansnsageduiinamils (10%) thanFouritsufudl NOAEL
Fodupmadufivinenesnisvilinfafiv udaduinmen MOE nan1suszdiussfuauidesann
USunaunmslasududaans alachlor hgdsnsmesviuanslundasugnuenuas tngldinaminsuseiiiug19ds
984 Pesticide Risk Assessment (U.S. EPA, 2005) A1uunan NOEAL fanvinvu 0.5 - 15 daansume
Alansudmidnssetu (U.S. EPA, 1998) AuiamAvsuinasinnuUasndoainmsiésuansiiy (MOE)
Wiy 23.81 - 714.29 Fedn MOE fidntiosnin 100 fornunuasnsianudssainnisidfas alachlor Tu
wasganenuns fan1s1eil 2 Taginauaial MOE Yesndwiewindu 100 Aedndussduanundesd
pousule (U.S. EPA, 2005)
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a 2 1 v a dy ! gol 1 IS lol 1 14 Y o1
137199 1 Usuad alachlor VULAUEINUUUBUUUITINNIY U1R19UD HASUIRINNIUBIRWUHATT

FLULAALN RN Nt nauidou Penetration nauidou
(Region of body)  (Surface area) UULLHURN factor Fiduiasianie
(cm?) (ng/100 cm?) (ng/ region)
W - 9N 1300 9.66 1.00 120.78
- 9y 8.92
U1 2 2910 2.41 0.07 5.07
an - Tu 3550 0.75 0.14 22.77
- Uan 4.43
FAan 2 1210 1.73 0.07 6.77
a9 - Tu 3550 ND 0 ND
- uan 0.26
AU 2 3820 37.91 0.97 1,404.72
w9 - T 2380 14.96 0.01 351.65
- Udn 1,215.79
19 820 1.00 459.14
7k 1310 1.00 275.81
suSinaasivluidousamesswinsmswun 16 Wi 2,646.71
Usinaansfiwludieusisniesewinemswuuny 16 undl setu 11,292.62

InwRInTlUvtnedy 53 Alansu JsUSinuasivludousieniy detwminda  0.21me/kg bw/day
naTu
UG : ND f® not detectable

M13199 2 sEAUATILEERINUSIIANSIRSUANT alachlor WhgssmegnulunUaiauuns

AUftRay  ewdufiv alachlor  %Absorption Absorbed  NOAELY — MOE?  seéiu

dose AU
(mg/kg (mg/kg/day) y
BEN
bw/day) (mg/kg
bw/day)

AvuEns  Subchronic  0.21 10 0.02 15 714.29 Accept
chronic Toxicity — 0.21 10 0.02 14 666.67 Accept
chronic Toxicity ~ 0.21 10 0.02 2.5 119.05 Accept
Carcinogenicity  0.21 10 0.02 0.5 23.81 Risk

nemn: 1) NOAEL = No Observed Adverse Effect Level fia AnasgavesUssnauansituiiilunsnasesilivilviiong
dulyitaUsgasameaiyineg ves alachlor

2) MOE = Margin of Exposure fia A1vauinadinudasnieainnisiasuansiy Adewndedaniuibesas
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2. Banausnsiteandn alachlor Tuii 1 uazazneufu wdmiu
n&rnsiuans alachlor liduiiuiensiuluudasgnyouues sasiaiiuiaa e thanshedmes
IWAY LAZAZNOUAUIINAILAINTLNAITOULUAIMAADY UINTIVIATIZRUNIUTUIUEITREANATY HANIS
PTI9TATIERRY NUNSANAI9Y8aS alachlor TuRunndaeg1s dausndsuauis 30 Tu Usinm
0.05 = 0.04 - 2.06 = 1.43 fadnfusoAlansuthuinAuuts fuTuasfivandsgeaavdmiy 1 u
demndnsagnienienmvendedu Wufumie f5unieingroudiei (1.68%) Aufidn pH iy
7.0 fdnvasdunans duluiuiuienandaneuuaslinunisandavesans alachlor lufu
TudmuuSinasens alachlor fausndsiuauis 30 Su USunasads 0.35 = 0.32 - <0.04 + 0.04 lulasnTu
O8NS NUNTANANIENARANEINY 0 Tu FauSunas alachlor ﬁmimwuﬁmﬁ?mdwmmsﬁﬁhqqqmﬁﬂ@ﬂﬁﬁms
Uudlouves alachlor ludhiuves U.S.EPA (2018) (iiAu 2 lulasnsusedns) ilesanveuinmanaziig
ANTTNGIRYVRINUUAWBULAS 51Lﬁ®n'13muﬁ‘aumaamm f1 pH voshluteuinauassied sy
wids fduafiossving 6.7 - 8.9 guuniiads 28.2 - 34.7 ssrwaifea 39 alachlor fnaandiazae
le1unans 170 -179 fadn3usiedns 9 pH 7-9 gaumgfl 20 esmiwailea uaganansaaanssiildedis
nEnsLaman iaUfATen hydrolysis A pH 7 waglusnegnsmzneudu asaalinunisnndnslunn
feehe emnUSinaansiinsianuluhdeudien Jevhlvldiiamsarauuazaadulungnausiu
ihdeyadileainansned 3 durumeA1nsaa1edives alachlor uarmAINLANTUS 593N
UTH1Ua1 TN wRNANAUTZEZAMAINEATT alachlor Tud29na16199 aglaann1sni1saaefiveans
alachlor lugu Exponential flann 1 Fadaunsnisaanesndu y = ae®™ 9naunisihlumunassezna
fansfivaanesauanasiiUsunamsmils (half-life; ty,5) AIREUNIT tyyp = -0.693/b AT 1wy 2
FUNDINANATITIR (half- life; t1,,) 189 alachlor ufiu SAwiiy 5.9 u uagludh fewindu 8.7 5u

A15199 3 USuneuans alachlor anANSLUAY U1 LaZAZNIUAY NaINUlULUAIDULAY

Sundwiu U3y alachlor waely  Usua alachlor wdelu U3uas alachlor waelu
Aundanu (mg/kg) v (ng/L) MZNDUAUNGINY (Me/ke)
(N= 6) (N =5) (N=2)

0 2.06 + 143 0.35 + 0.32 ND

1 1.77 = 1.42 0.17 £ 0.13 ND

3 0.49 + 0.35 0.13+0.13 ND

5 0.60 + 0.58 0.10 = 0.09 ND

I 0.29 + 0.27 0.08 + 0.06 ND

10 0.28 +0.21 0.07 + 0.06 ND

15 0.20 £ 0.16 0.04 + 0.04 ND

30 0.05 + 0.04 <LOQ ND

Sufuiien 87) ND ND ND

WNBWA : 1/AU uazAznauay ; Limit of Detection; LOD = 0.01 mg/kg ; Limit of Quantification; LOQ = 0.04 mg/kg
2/ fiu +; standard of deviation of 6 replicates
3/ 13;’1; Limit of Detection; LOD = 0.01 (ug/L; Limit of Quantification; LOQ = 0.04 (ug/L)
4/ 13’1 +; standard of deviation of 5 replicates
5/ ND @® not detectable
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Degradation of alachlor in soil

®
N
2.500
£
= 2000 ¢
- °
< 1500 . -
| | y = 1.13de
ke 1.000 b
0] - .
S e ¥
9 ‘ ....... . ..........
é N IR S e
: | : . - 40

Duration after spraying (Day)

2NN 1 LERIERIINNSAa8Fe9 alachlor Tumy

Degradation of alachlor in water

0.400
0.350 @
0.300

0.250
_ -0.08x
0200 y = 0.1788e

010 |®- R? = 0.7126
0.100 o

0.050 ®

0.000
0 5 10 15 20 25 30 35

alachlor residue in water (ug/L)

Duration after spraying (Day)

AN 2 LEAAIIASINNSAA8AIU9 alachlor Tun

3. USunauansinemndng alachlor Tuveuuasszezsiuinen

ssermaAuiememuirhanmiuedaevine 87 Tu Tnsduiusednmeuunmaoniiaulas
10 freg9 Wioulatamansiuanang alachlor luneuunssiaLades Gas Chromatography %1a#7
M3291m Micro-Electron Capture Detector (GC-pECD) Wan1snsaviiaszilinvansivanaislueung
ynFeENsiszdU LOQ 0.07 wag LOD 0.02 fadnfusiodlansy AruTuiaasfivandnegsgn (MRL) s
alachlor luveuuns vesdTinuNINsgINALALIYATWAZRIMSWI RS LA v
a. mmsuszifiuaandecuasans alachlor Tufuuasirfidewansenusdoguniw uasdauandou

lovmanisamadiesesians alachlor andnsluAuuazii mﬂﬁsLﬁummL?iawiaqsumwmﬂmﬁ%’u
Fudamefmdsiunusasiiivudeu (Exposure and Risk Assessment) @15 alachlor a9 lngA1uIn
91nA1 HQ LleUszifluamdssioguawvennunsnsUgnrenLas lufutiseny 6 - 12 U ldrniade
1.23 x 102 uagdlng) 70 T ¥enade 3.89 x 107 uagluthdaeony 6 - 12 T ldAuads 0.78 x 10 uay
flva) 70 T ldiiads 2.62 x 10° FaA1 HQ 9nnsAwIATuMS T 4 urnudsseglunasisousu
1# (HQ < 1) Fafun1sUsefiuanudesans alachlor andnslufunasinuvasgnvonunsegunin
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inwnanslutieeny 6 - 12 U uag 70 U aguldinsliansiidniaiia alachlor lifirnandesoaunimaes
nensns wazdietluussdiunudssiidsmansenusodwandsy (Environmental Effects; Ecological
risk assessment) feAIAILALY (Risk quotient; RQ) Tufunazinilaiade 3.50 x107°- 2.06 x 10°!
fodlifeudes RQ < 1)

A15197t 4 Uszfiupnnudeswesans alachlor 114514%@313”117‘2‘1'&&1@ﬂizﬂ/lUGi@Z‘jEUﬂ’l‘W wardwndo

Samples Concentration Hazard quotient Risk quotient Risk
(HQ) (RQ) Levels
Min Max Child Adult
Soil (me/kg) 0.04 2.06 123 x 107 389x102 206x10"  "acceptable risk
water (ug/L) 0.04 0.35 078 x 10°  262x10°  350x10°  ? no hazard exists

wuewn : 1) HQ >1 vl ans alachlor anfnseglusefuidaasiainunsns (Risk) , HQ <1 wunefia ans alachlor
AnAsegluseivgansuld (acceptable risk)
2) winA1 RQ <1 uamsiilslilanuides (No immediate concern), 81@1 RQ 1-10 wansiiimnudeadntios
(Of concern if supply volumes increase), 81A1 RQ 10-100 wanvinfinanandes mﬁafﬂmmLﬁiﬂﬁﬂzﬁadﬁﬂﬁauﬂaguﬁ
\Rgtesuniiansansiude (Further data require) uaziAn RQ >100 uansidimnuidssgsdosduiunsananudes
Uil (Reduce risk immediate) (ECB, 2003 and ECHA,2008)

dyunan1Inaasg

nMsUszifiunnud savesansidatuiiv alachlor 48% W/V EC $751 300 nduanseengvinels
Tunlamvionuns Sminngauy3 siumseiriomiuluuazends Thamiuuu 16 Wil mevdsnsmiu
wumsUmdeu alachlor vusmedwuans fusmnauudeu 021 fadnsuderlansudniindasoty
thieyaunuszinanaiudoyayaiiwine1ues alachlor WeUssliummdswionsdulanyuifinnudss
29nmsld alachlor (MOE <100) Msms2aTies gy 11 agnoufiu wazmeuins WU alachlor SU3u
asfunnisgeaandanu 0 Su (2 219 lungneufuuagvonundlinunsnnddluyndogng A1asedin
194 alachlor luAuuazluth Wiy 5.9 uay 8.7 u mudidu Ussidiuarudssioguamdasa HO Tufy
warlui oglunasiseniuld uasUssdiunanssnurodunndeudaod RQ liflanuides asulddnsld
a13 alachlor Samudessogunimnumsnatfld uslddenudssiogunmgFududanu U waeduslaa
oA uarlidsansznusedunnden fedunsdliasiidatuiiy alachlor inwnsnsgiuansessesinse Y
Tunsnuiazmislteunsaldesiudiuunna W vinin quile seaiyn Yuamuauuztlunisldans
fdnivity alachlor vuemnvesEnfasioganssase Hreanmudssnniymranszudeguamiions
Andaluowan
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ANUBUAN
nuidedldfunsatuayusulssanaduinermiand Fdeuazutanssy (19u.) aunsou
nsatvanuEIdeyagu (Fundamental Fund) 31nd18nauAMens NSNS L Inemanside
wazu AT (ANa.) HIUNTUIVINITNYAT ANIHANITNAABY FF65-58-01-65-01-03-66 UONINTLITe
VYBYDUAMLNYATNT U FINUAYDIAIY BUNBUBNADY FINTANIYIUYT waTYAIININGUITENANTENY
31NN dNEN15nERs NauITeingdiunisinuns Nod3TenmuIdaTun1sHanN1aNISINYAS
nsAnnsinuasilinutsmdslumsduiunuide

ansunauIeluTgusle il

1. thdeyatilsuuzaiununsnsldans alachlor Tuuvasugnuesundlsegiagndeauazivanzay ilo
dosfumaindagmansiivandsiidsnanssnuineussoguamnuasnsgld guilnavesuns uazdssa
nsENURpANLINdeY

2. ledudeyamdnnsurdndnu dninnsliuszneulumsvinddedunsussiiuaudes
YosasMIn ity

3. 18M9ABIAAIN3INNTITEIAENTINELNS LT 1uNaN1TITeUsedusasy wagnisUse
Femslusgiund sutassunslunsasivinieniglulssna

LONH181989

nquIdedyny. 2554, aruuzdinIsdesiunidndoivuasnisidarsnidnianel 2554.
d@1nITyn1siauINsainuiie NsATINSINEAT NFUNNE. 133 W,

NANANTAULNANITINYAT. 2563, gIudeyaseduveuunsatasiny (Gl) aeldlasinisauduinis
Joyanunisinenskazannsaluuuilngda Jminasasiny. d1dnaunenseazannsal
JmineSasiny &y 51 u.

Back, C.A. 1965. Method of soil analysis: part | physical and mineralogical properties. American
Society of Agronomy, Madison, Wisconsin, USA.

Babic, S., M. Petrovic and K. Kastelan-Macan. 1998. Ultrasonic solvent extraction of Pesticides
from soil. Analysis. 823 : 3-9.

ECB. 2003. Technical Guidance Document on Risk Assessment. Commission Directive 93/67/EEC
on Risk Assessment for new notified substances. [Online]. European Chemicals Bureau.
Available at: echa.europa.eu/documents/10162/987906/tgdpart2 2ed en.pdf/138b7b71-
a069-428e-9036-62f4300b752f. Assessment : March 18, 2022.

ECHA. 2008. Guidance on information requirements and chemical safety assessment, chapter
R.10: characterization of dose [concentration]-response for environment. [Online].
European Chemicals Agency. Available at:
https://echa.europa.eu/documents/10162/13632/%20information_%20requirements %2
0r10_en.pdf/bb902be7-a503-4ab7-9036-d866b8ddce69. Assessment : March 18, 2022.
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N15USZLIUAIMULEB9INNTS a5 UB9NUNIINITNYBLAIARD S MIAZHN
AainunInsily fuslna uazdawindau
Risk Assessment of Alachlor Herbicide in Kale to Farmer, Consumer and

Environment
UAas) nauana’ MYIUINT HauAT Usene Junsay’
Paphatsara Khunlert' Kanjanapa Duangnakorn' Prakit Chuntib®
NauILTNUNYNITNYAS NaIENmLITaLNITHEANINITNYAT
ABSTRACT

Alachlor is a widely used herbicide that is of considerable significance in the agricultural sector.
Farmers and the environment surrounding the cultivation area may be adversely affected by the
use of this pesticide. The application of alachlor as an herbicide during kale production may lead
to pesticide residues in the product, which could pose a health risk to consumers as well as
farmers. In this study, the effects of alachlor on kale were investigated and assessed by employing
a backpack sprayer with an alachlor formula of 48% W/V EC at a rate of 300 g a.i/rai. After
spraying, hand washing, and foot washing, the pads that were attached to a different position on

the body were collected. Moreover, the soil, water, sediment, and kale from the harvest stage

were also collected. Gas chromatography with a micro-electron capture detector (GC-LECD) was
employed to analyze all samples. The sprayer was found to be contaminated with alachlor at a
rate of 0.47 mg/kg body weight per day. The results were combined with toxicological data
(margin of exposure, MOE) to evaluate the exposure and risks associated with alachlor. The use
of alachlor was determined to be risky (MOE <100) with a MOE range of 10.64-319.15. In the soil
samples, alachlor was detected at a concentration of 0.04 + 0.02 to 9.50 + 1.25 mg/kg dry weight,

while water samples were detected between 0.09 + 0.07 and 1.68 + 0.44 Lg/L, respectively. After
two hours of spraying, the highest amount of alachlor was detected. Alachlor residues were not
present in all samples of kale or sediment. The half-life of alachlor in the soil was 3.8 days, while
in the water it was 3.3 days. Hazard Quotient (HQ) values were employed to calculate the health
risk assessment. The average HQ in soil was 5.69 x 107 for the age group of 6-12 years and 1.15
x 10 for the age group of 70 years. For individuals aged 6-12 years and 70 years, the average HQ
in water was 3.75 x 10 and 1.93 x 10, respectively. The acceptable HQ values were achieved
with values less than 1. Furthermore, the risk quotient (RQ) values in soil and water were less

than 1, which was a permissible level.

Keywords: alachlor herbicide, Margin of exposure (MOE), hazard quotient (HQ), risk quotient (RQ)

' naudeinglifiunisinuns nedideimndadunisnannanisinuns
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unAnLa

ozamaesiluamsidaiviiy msldedsdeties lkiAnmmidssdoauamvonnunsns uas
Aaundon leFnwuazUseillunansznuvesans alachlor luagth Taeldans alachlor gns 48% WV EC
§a31 300 nuanseengys/l3 viuaseaeiAIDaLLUUAL BT Mndufuieguiuiifeuudiy
f199 wessMme 1l uazthdain susduiiusognaiu 1 azneuiu uazasthilszesfiuifen
Hens193iAs A siuAnAIRBLAS 09 Gas Chromatography ¥1a#%$2970 Micro-Electron Capture
Detector (GC-JLECD) F1As1gsinnUTu1as alachlor 71 Uud auvuseniegwuans duiuadwiou
0.47 faandu/Alansu g/ dsediumnudssenisdudaanaveunasiamulasady (Margin
of exposure, MOE = 10.64 - 319.15) wuinfinnudssainnisldans alachlor (MOE <100) fapgnedu
Wy alachlor 0.04 + 0.02 - 9.50 + 1.25 fiadnsu/Alansutmdnfuuis wagsed 19U
0.09 = 0.07 - 1.68 + 0.44 lulAsn$i/ans TansramuuTanaasivandsgsgandany 0 Ju (2 Falug)
drulunzneununazazinlinunsnnans A1A3983n (half- life; t,,) 904 alachlor TuRufy 3.8 Ju
wazlutiiu 3.3 Yu éfm%’ummL?%awiaqsumwmﬂmié’mﬁaﬁmmzﬁﬂ (Hazard quotient ; HQ) Tutas
919 6 - 12 ¥ uaw 70 U luAufieiads 5.69 x 10°uay 1.15 x 10° Tuthiawads 3.75 x 10° waw
1.93x10° §3d1 HQ < 1 Aedregluinasivoniuld uenanidmuilifiaudssioanmiaden
(Risk quotient ;RQ) lay RQ POIRULAZUTANRAY 9.50 x 107 way 1.68 x10™ A077laflA11Ld s
(RQ<1)

ArdALY: ansiniviivezaInass, ABUNMIANNUADATY, ANRYTIUITEUATIE, AMRYTUTALY
GRNRGNIRRARHN

unmin

gt dufivinmaasugiafiddy Wundamamanisinessildfuamnudenanguilaa esan
paudBuIsuardmduiidulsslenidesnanie doufutsenurisdidu warlu (1309 wazane,
2563) Tud 2565 finuasnsiugnaztdiisUssmaduan 10,177 adafou dmdvludminuasugy
finwnansfugnastiisiuan 950 afuFeu fiefimzugn 10,086 13 oA sanandn 9,280 13
nanAadiAufeals 14,906,262 Alansu wandnads 1,606.28 Alansu/ls s1afiineasnsaneldlads
18.68 vw/Alan3u (nsudaaiunsinens, 2566) tnumsnsiugnaztudendudazgndeiesnasnd
wazdirmudigmiviy lsauasuuasdngiiviosnsa insnsnsalnyldidonldamsmdadngiin msldoena
seillos uenanazdssariliansmindngiivmndslunandnud Ssenanunsandsludaninden 1y
fu wnsuvasinld Taslomeuuinuuasigniineasnsduifalnensswneyioilusuag @1gmed woy
A, 2562) alachlor uanssidniafiangy Acetanilide 14 lunmsaunsisfivdssannousenainadeia
Ussinvluueuuagluning lumstgnuouuns Az 410lne 91avine Srilwadsednd doo mumedu uas
dundos iumquAudeuUgnazii snzAuiianudu Tasans alachlor wlududsnsasrdusiuuazdnung
N15635 A UleueesInTony (g u3dedany, 2556) Tud 2565 dn1519 1415 alachlor Y5110
152,073.20 Alansu Acduyann 65,064,314.89 a1uu1mn @neivauisuariannisinens, 2565)
§nuagn18n1MYedans alachlor iuvesudedunn Lifindu fqanaeuival 41.5 ssrgaidoa
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anmnnsazatetn 170 - 188 fadndu/ans 7 pH 5 - 9 gangdl 20 sseneaidon azanglddlugavi
avanedunse Av acetone, methanol, dichloroethane, xylene 8 ethyl acetate alachlor Qﬂﬁ(ﬂlﬂua’liﬁa
US4 B 2 mmﬂumiﬁ@mﬁﬂuuywﬂ 1my United States Environmental Protection Agency (US EPA)
(U.S.EPA, 1998 and Emine, 2018) fipnuiduiiwdnag lusza udunsieuiunans Class Il (WHO, 2003)
Twdeunaunauin (oral) Tuvymaaaden LDs, Wiy 930 - 1,350 Tadnsw/Alaniy Rudeunaumiaiangs
(dermal) LDsy Tunymaaes Wiy 4,982 fadnfu/Alansinimiing waznsesnewindy 13,300 Hadnsy/
Alansaniming Arenmndufiveiauan rainbow trout LCs, 7 96 4l 53 fiadn3u/Ans anmsAnulu
dninnnadussozidoundu wuirdemsnduiedu meladuin uasiAansdn uarluszosFoss nuind
anudufivtediadon Wafivluiu s ln Yen usereliindeserluven dwmiuluudinenuins
AfansviliAnoinstinfsee aduld endou aensszaeiesdeimiauaraiin Wuasgning
Hﬁluﬂ'ﬁzmﬁaiﬁ{gam?m ( U.S.EPA, 1998; Environmental and Occupational Health, 2003 and
Bloomfield, 2017) ufin153§81A s unansznusugua ey ued Seildadidn dusuniadng
Aaundonvesans alachlor ndwiuluuvaanunsnssy azessansifanszanglulueinia visdrugnuzdng
Fevidu Inaurasgundain andrdlufiu visduanunsaindoudts (mobility) 3nAugunasinldfu
inauriegsgafisanlidinisiuiiounes alachlor TudAuwes USEPA (2018) (ifiu 2 lalasniu/ans)
msaanesalufy DTs neldanizesndiaudeudiusszann 30 Tu luudamaasddina 4 - 24 Ju
A1A3 9730 (halflife, ty,,) luAuYeaaIs alachlor 88581319 2- 4 dUn¥ (Camazano et al., 2003)
upna1n Kumar et al. (2014) ldUszLduarnnd saansdesduidadng fennd1aludiu ngu
oosnlunasiuaesiln Ae DDT waz HCH seflug) wasiinidudaiuiu wuin a1 HQ dlng egszning
1.8 10 - 1.4 x 107 wag HQ 1fin oef5ening 9.5 x 10°° - 7.2 x 107 nansUsziiumideseglusesy
gousUle (HQ <1) wag Farina et al. (2016) liUsziiumndssanstosiuidndngiivandnslufundas
Ugnidn Tudinuasive) wuieglunasiausuls (HQ < 1)

ogalsAnunisldans alachlor ogasiailes vinlsiAnaudsareguameanunsnsgviu uay
dawndeuuinnlassouunannzugn Wesanuazsiuans alachlor azossasiianisilenszangluly
o1 andnslunandn avasluiu vgazarsasgunaniiuialndifes ianisedeudisluduindon
avanludaddin wordud ouluiasldems dawansenusoguaingusing ilesainans alachlor
finnddludaundon annsadgienisuyeslaenssinnismela nsduda fu U1 agneufu uag
NANER ﬁqfumwmﬂﬁqLﬂuﬂejuLLiﬂﬁﬁm'}m?ismé’umwaammﬂé’%’umiﬁw Wletdunsudtymidanann
ey maveaesissdiiagUszas evssidunudssainnsldans alachlor ludsundoudidea
N3ENUADAUNTMABATNT N15aaTeda uazavauly Au U1 aznoudu nisandrslunandn sauvs
Usziflunansznuvesans alachlor fidswansenusiodaindon

gUnIalLazIsNTs
aunsal
1. in3esflouargunsniildlunuamaass Téud gunsalfdmsufuiessi wazazneudu léun
LAseFninuaznznaudiy vannarainaia PTFE Tdfetnain wniesleifuietemiu (soil auger) wag
penanafnlddiedeiu wdesfiofnamnimin indesinanumiaan wiindune wasedeaiuuuy
YWY
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2105 peur9i 19 lunsana Taun volumetric flask, volumetric pipette, cylinder, beaker,
erlenmeyer flask, round bottom flask, gsraduated tube, glass vial Wag separatory funnel

3. @153 lawA a15unsgIuezaInass (alachlor; CiaHaCINO, 99.34%), acetonitrile (CHsCN),
acetone (C3HgO), anhydrous sodium sulfate (NaySOq), ethyl acetate (C4HgO,), hexane (CgHia),
anhydrous magnesium sulfate (MgSQq), sodium chloride (NaCl), sodium hydroxide (NaOH),
trisodium citrate dehydrate (CgHsNaz07.2H,0), disodium hydrogen citrate sesquihydrate
(C¢HeNa07.1.5H,0), primary secondary amines (PSA) iag carbon SPE bulk sorbent (GCB)

4. \edesiionenmansililuiesUfiRng 1éun idesdiliih (electrical balances) ¥iin
nedey 5 fumis uaz 2 Aumisiiaouifioundd, §iiuntuds (deep Freezer) finunugamniilai -20
ssraalded, W3ssunfietna (food processor), Loy (muffle furnace), Aoy (hot air oven), Lrﬁ'aq
NEALFAIDE (vortex mixer), i3ostiumios (centrifuge), Lﬂiaqamﬂimm (rotary evaporator) \A30%an
ﬂiaﬂrﬂﬂmSJmiLUﬁmEJLLﬂaluImLﬁm (nitrogen evaporator) Lﬂiawummmuaﬂ@masmm (separatory
funnel shaker), A3 ©9L0E (reciprocal shaker) 1394 Ultrasonic bath, 1A309 Gas Chromatograph (GC)
uS ¥ Agilent technologies 5 14 6890N § aiWams297av8da Micro-Electron Capture Detector
(GC-pECD)

/s

1. msiudamnaas

1.1 M3E1523UUAUATINWUHUNTNARD

danazdnidenulaslgnazinveununing lusuauivua dnneidesuasugy 3w

uAsUgY AnAndenans (13.854952, 100.083498) ﬁﬁuﬁﬂqﬂﬂizmm 115 dhvazulandunvasenses
svogiinesEminegeslseana 30 lwuRiuns Winandsiade 1,500 - 2,000 Alandi/ls Wudiinwnsnsden
Ugnlaun Wuglunay uagiusluuvay Tnginensnsasuan 2 939 fie YIsAounaIANfeu¥IEY WagY
Woungunaudatueiey ngliianaaessatssmulumamizdan ogmsiiufsangiussanm
45 - 55 Tu Fuegduaningioinia neugn ldarsmdaiuie ldun azainass (alachlor) §m
288 - 300 n¥uansoongws/l3 umauAunoulgn Yefiwfiauau Aotufiefsonanudaisssavluuey
waglunine ndaugmid enunisszuinveavueuledn (Plutella Xylostella ) waguusuns s in
(Spodoptera Litura) inn1swuvIgaaa y3ueuda (Bacillus thuringiensis) 8931 200 Jadans/in
20 ans Wulenunsszuiavemuoulerinyn 5 Ju WewunsszuinvemusuAUngran (Trichoplusia Ni)
nsnutanUa-lggnlansu (lambda-cyhalothrin) 80157 40 aaans/11 20 AR5 UATHUNITITUIAYES
AmlnEnuauane (Phyllotreta sinuata) ¥innswuA1suUITa (carbaryl) 8051 60 n%u/ih 20 Ans

1.2. MsufuRenulundamaaas

1.2.1 vhnsindatheiiughedns eruusiiuiilumafiuiess ulameassfivuinniie x o2
WA 35.70 x 5048 An91as wuseanidu 10 una Taefuuald 2 uandu 1 fegne auviavun
6 f0ee dmSuifiudies ey uasdiegias diudesiuaznznoufu fvuafiuilunisf
fhetslunaestauseniu vownih uazsosdanin sausionn 6 fegns anthmafiuiedisouny
a13113A 1YWY alachlor IIUTouigunani1sILATI8YiN oULAENE I LA alachlor AB fiu 71U
6 fr0819 thuazpgnauiudiusiogay 6 Fegh
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1.2.2 AnwvFanmnisdud suansfivuusneniedviuans ¥a1uisn1amaass Methods for
measuring dermal exposure; Patch method (U.S.EPA, 2009) lagn o uw uan1s@ awn Ui 165 18vu10
10 x 10 Lufims Vudpimudusne vessemedwuans Wun vian (1), uiudnayn (1), onide (1)
sdluenide (1), 11 (2), Aien (2), ndaide (1) Fuluremdade (1), dur (2), niuds (2) wazdlunth
uds (2) Huansdadufia alachlor 48% W/V EC $ws1 300 nduanseengns/ls feiadewmiuuuuazmig
wa Tdszoginainisu 14 undl mnusiay 1.2 wnsaeiund

1.2.4 viaiuans alachlor (iugogausiuinfifanusrsmeduasusiasuaduyinudafide
Im 1idnadte thdraiiveswu wardufuiogieiu U uasaznoudufissosnamdanu fe 0 fu
(2 Saluandaniu), 1, 3, 5, 7, 10, 15, 20, 30 way 45 Ju 1anaT9ATERUSINMaTRYANAN

1.2.5 \iuegneasiiissssfuiemdmiuans 45 Ju dufufegsasinszangliirudas
nnaes Wlddminsulitesnia 2 Alansu S1uau 10 feg

1.2.6 Mmafuinwimegaiiothdsiosufjiinng Megrmnviiandenifivanudamaass 1fv
Tugewanadnuienvugfivanga fitheUstisogne Usznause sansnaaes Seetne Seansindn
oty Suiliusedne ndeuiananiidufuiogns Ieasliuduussadundesiiussgiuds deuly
ATIVIATIEN 4 MU uRnIs

2. Mmyujianuluesu)ianis

2.1 MavUsEAnE nmeesisnsiineedt i enaaeumitadaivuizay lnsifvaisunigiu
alachlor finsumnududuituduenlushosauiuin fiu v senouiu wasezihiilifians alachlor andns
wdnhialtn wasnIadiaeiaiewes e Gas Chromatography %fiafams3a¥n Micro-Electron Capture
Detector (GC-uECD) L‘WawmaumﬂiyaW’ﬁmWﬂ'ﬁLma’]'ﬁﬂaUﬂu (recovery) WNATINSERUSU recovery
aasumw 70 — 120% (SANTE/11312, 2021 and AOAC, 2016) wmaaummammmmiam’amLﬂsﬂmlm
(Limit of Detection; LOD) LLaummqmmm'ﬁ']uﬁlmamqgﬂmaq (Limit of Quantitation; LOQ)

2.3 nswwIuieg 1R ukarazneudy diiegsiunasaznouduldaianinliludisu e
A uUsEan 10 - 20 Wedidus nsdififinsvulouvesiundawrveniia Wueneen unfegndli
aziden e lumanutuaniiSues Back (1965) waginsieimusuaiansivandng

2.4 naiaSeufaegreazdn dandulddawindn sntuldied ssundusiiesis (food
processor) tielifegaiimuduwidediontu vhnsduneds fegreay 2 91 twnih 10 + 0.05 n¥u
aslunaeanaaesuuia 50 fadans antuthfedieiide Watnuasasadneiliuaesivandng

25 n1saf AR08 19uHuE (U.S.EPA, 2009) #1990 Duran vu1n 250 Sadans7 1w ud
Wiy ethyl acetate (AR) 75 faddns Tdia3 a3 shaker A21ut§250u 210 souseunil 1wan 1 92lus
NTB9HILUNTTANMNTONUBS 1 1UT3q sodium sulfate aslu cylinder 99UTH1MS ild round bottom
flask ¥n1saf g 1818 ethyl acetate (AR) 25 fladans Urluldias oq shaker tduiaan 30 undi
nsesansarasuazantufinuiung a1nduiluany3unsdieinios rotary evaporator 19ann
40 DIFMWAR YA TELEAUNDULIN USUUTUINTA8 ethyl acetate (PR) Usuns 2 faddnsldluvin vial
ilUTnszieeedes GC-UECD

2.6 Nsanafleg 19 ukazAEnauAY Useynabgas Ultrasonic (Babic,S. et. al., 1998)

diegsiunaznznouRuiideliimiin 20 + 0.05 N3y Wi hexane : acetone (AR) (§R51d71 50:50
Tneu3ung) 75 faddns werlidadu dildldluades ultrasonic bath iuiian 25 wif nsesHu
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ﬂ'ﬁzmwﬂiaﬂﬁmiﬁ; sodium sulfate 13A1UUL 819078 hexane : acetone (AR) 2 ﬂ%’jﬂ"‘] Ay 20 1aaang
thlanuIunsfein3es rotary evaporator gamnil 40 sswnwallea semeauAsuuis UiuuTung
#8 hexane (PR) Usuns 2 addnslaluvin vial thludinsnzsidneindos GCUECD

2.7 nsanafieg 19 ¥id1eile wazurdnasin Tneld3s In-house method based on EPA
method 8141A, rev.1, 1994. (U.S. EPA, 1994) m1si18¢1911US11ms 800 fadanslalu separatory
funnel Wiy hexane (AR) 100 fadans welddniu udniuiluagdeindes separatory funnel
shaker u 3 Wit #isllsusndy lufiudu hexane KnunszAunsesfiussy sodium sulfate vhnsaria
§130 2 ASadae hexane (AR) U3ams 50 fadans arntuilland3unmsseinies rotary evaporator
figaumail 40 ssrnwallea stmeawAeuwia USUU3ns@ae hexane (PR) U3uas 1 fadansldluvin
vial thlulesesisaerdes GCUECD

2.8 myaiafiegeavtn Uszgndldas EN Extraction: EN Method 15662 (EN 15622, 2008)
thiegnensthiigsliimin 10 + 0.05 n¥u luvasavaass iy acetonitrile 10 fadans welvidniu
LALEN5a0A anhydrous magnesium sulfate (anh.MgSQg) 4 NFU WAz trisodium citrate dehydrate 1 N3y
disodium hydrogen citrate sesquihydrate 0.5 n¥u Wag sodium chloride 1 n$u Uar" lwe wag voter
mixer 411U centrifuge 71A7M1L5950U 4,000 59U U UL 5 Wil 14 auto pipette AAAITATANY
damuu 6 Tadans ldlu centrifuge tube vun 15 Tadans Aussy 150 Hadndu PSA, 45 fadniu GCB
way 855 dadnsy anhydrous magnesium sulfate (anh.MgSO4) Lvgnlidiunae voter mixer Wly
centrifuge firuS358Y 4,000 SOUFBWIT WL 5 WiFt 1 auto pipette AnaENTAzanedINUY 3 Hadans
Talunasannass dlusemeliuiedieinias nitrogen evaporator wazlsuuSuasaae hexane (PR)
U3ues 1.5 fiaddnsldlurin vial dilulinseiideinies GC-pECD

29 M5137LAT1ERUS U LA ¥ANA 19 alachlor Tudee 19a15avanef adaldves
uwug thénsile 1idrarhn fiu ¥ ngneudiu wazezth dowedes Gas Chromatography ¥iinfiinsiain
Micro-Electron Capture Detector (GC-uECD) Tnefmunanmznsiaureseioisl

Column : DB-1701, 30 m length x 0.32 mm id. x 0.25 um film thickness
Detector : LECD, Injection mode
mode : pulsed spitless

Temperature conditioning : injector = 230° C, detector = 300 ° C

Oven program : 80° C (1 min) ZOOC&}ZZOO C (1 min) £, 235° C (3 min)
27003 280° C (2 min)

Carrier gas . helium flow 1.4 mL/min

Injection volume :1pL

run time 223 min
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2.10 MsUszfiuanandes
2.10.1 MsUszfiuanuideannnnssudusa (Exposure and Risk Assessment) fynu¥nsng
Al MunAveuneiaUaeniuaInMslaTuatsity (Margin of Exposure, MOE) lngldinausi
msUszifiunanudes §198991n Pesticide Risk Assessment (U.S. EPA, 2005) S9&uN13

MOE = NOAEL/Exposure e (@un1s 1)

'8 NOAEL (No Observed Adverse Effect Level) Ao A1gagavasusutaatsiud lvlunis
naaeildviiiiAanasuldfsussasdniafiwing1ves alachlor was Exposure fausuia alachlor
ﬁ@m%m%’mjiwma (mg/kg bw/day) n1suUanaainen MOE fifuinildiseuiiisuiudn Pesticide
uncertainty factor ¥nA1 MOE fiesinindn Pesticide uncertainty factor asdiednfiaanudea (Risk)
uazAn MOE>100 Foinegluseiuaudssiiseniuld (Acceptable risk)

2.10.2 N13ANYINANTENUAINAITLNINTZANY (Environmental Fate and Transport) 1ag
ﬁwuammswmmﬁmi alachlor amaﬁaamawuﬁﬂ%mmﬂémﬁﬁ (half-life, ti,2) Tushegneniu ‘ff’] e
ATABURAL IINEUNTS ty, =-0.693/b Tag b leunnaunis y=ae™ damildainnsmanuduiussening
UTunaans alachlor #NANY LAz TEzLIaIMAINUENT alachlor (Fu)

2.10.3 m'iﬂ'ﬁzl,ﬁummL?fmefaqﬁumwmﬂmi%’ué’usTamqﬁmﬁf@ﬁ’uﬁuuazﬁ']ﬁﬂm%au
(Exposure and Risk Assessment) Tngldaiivadmusunsie (HQ) Fern HQ Fusasaner ADI (Usinay
AndsiinunInslasuas alachlor fatu) Wisuduen RD (A1d193 Ao Usanauansiiviitesaniisisnie
Wllne vl Ansunseviefuiivresiene) faunisdua feil

ADI = (Csoil/water*CF*IRsoil/water*EF*ED)/(BW*AT) s (@un1s 2)
dlo:ADl A Sinnuensfimedertefunnansidadafinnddluiu @ednsuAlensu)th (alasnii/Aes)
C Ao emududuesnsindadngfivnndndduiu uavesth @adniw/Alansu), th (slaensu/Aes)

CF #® unit conversion factor = 10° Alansu/diadn3ulumiu

R fo semmslsfuamsiuiiandnduiu 200 Tadn3u/fu dwiudn, 100 Seandi/fu dwiugng
Tt 0.745 Bs/3u dwisuin, 0,943 Bs/3u dwisuilvg (US. EPA, 2008)

EF Ao enufvesmsduia (365 TA)

ED Ao szewvoaiiduid (years) dwisudiners 6-12 U uaz 70 U dwiulvgy

BW o Awadstimiings @Rlantu); dwsuiineny 6-12 T (33.38 Alantw), {lug) (82 Alan3u)

PNMVIPADI
AT A9 szeznaltwas (365 1) (EF*ED)
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NTATIUAIALLEBIINATABANA91AAINAY hazard quotient (HQ) FaAuiaiainal ADI
wazAl RD Asaunsealull

HQ = ADI/RFD (@UN1T 3)

v 0: RfD fi® reference dose 1an1zu84d15 alachlor iy 0.05 fadnTu/Alandu/u
(IUPAC,2019)
nausinsdindy Avueld HQ >1 vneis an3 alachlor andsegluszduidsasionumsng (Risk)

HQ <1 vanedia @13 alachlor anAvegluseiugausula (Acceptable risk)
2.10.4 15Uz T UAIULE 8991 danansenus o8 wInd e (Environmental Effects;

Ecological risk assessment) Imﬂ%’@hmm@im (Risk quotient; RQ) Lﬁja MEC (measured environment
concentration) A& AT UT WA TAlud swInd ou waz PNEC (predicted no effect
concentration) fie mstutugeaauesansiilsidsnanszyusiodeddin

RQ = MEC/PNEC o, (@unns 4)

WNaTn1sAaaY fruali RO <1 wansiildfini1uides (No immediate concern), RQ 1-10 uang3nil
A113vE B8 nifes (Of concern if supply volumes increase) , RQ 10-100 waninilaaudes n1san
Asdsszsenhdeyaduilitesnfiansansiuse (Further data require) wag RQ >100 uansinil
mmL?fquaﬁaaﬁf%ﬁumia@mwmﬁaaﬁ’uﬁ (Reduce risk immediate) (ECB, 2003 and ECHA, 2008)

FTELIAN By 1eu nanew 2565 Auan oy fusneu 2566
sonuivinisvaaes 1) wawmaaes lusunedlesunsusy Smiauasusy
2) e uinisnguanidenansenuainmsleinglinivnisinums
naudfeingiiiunisinuns neddeimundadonisnannanisinums

NANISNAADILAZIRITO

1. HANINAFIUMIUTLENSNINVIITN15IATIEH

VAARUUIEANEAINYRIITATINATIBNANTHEANANY alachlor anansafigatiaanuwiiy (accuracy)
Yesisnsanauiuin fiu 1h azneuiy wazazi UssdiuArandidesaznisladundu (%recovery) Tng
NavD3 Y6recovery BElUTII 85.65 - 99.52% wuinagluinasifivensuldde 70 - 120% (SANTE/11312,
2021 and AOAC, 2016) ST N19M521931ATEH R INa 12 aun3atuNaRAF08UE U Au 1
aenaufy wazarnnulamaassliedegnies (m1519711) Tnedian LOD lusreg1aunuinyinfu
0.02 lulasnga/ 100 M 1aLeufuns, fu 0.01 Sadnda/Alandy, 1h 0.01 lulasndu/ans, mznoufu
0.01 Jadnsu/Alansy wazAzyn 0.02 Jadnsu/Alansy (Useidiuan LOD winAu 3XSD) way LOQ Tu
w0819 wlud YAy 004 lulasnsu/100 A1saufiuns, Ay 0.04 Tadndu/Alansy, U
0.04 lulAsnsu/ans menaudu 0.04 Jadnsu/Alansy wavmztn 0.07 Naansu/Alansy (Usydiual LOQ
Wwindu 10XSD)

142



A19199 1 wan1vageuaulglavesisiiaseasiennAe alachlor Average of recovery (%) n=7

08N Linearity/ Concentration Average of (LOD) (LOQ)
Range fortified recovery
%)n=7
WU 0.04 -2.05 042  pg/100cm® 8753 002 pg/100cm®  0.04 pg/100cm?
Ay 004-205 010 mgkg 9309 001 mgke 004 mg/kg
i 004-205 027 pglL 9648 001 pglL 004 ug/lL
myneuAY  0.04-2.05 106 meke 9952 001 mekg 004 mgrkg
Az 0.07 -2.05 106 meke 8565 002 mgke 007 mgrkg

nuemR: LOD (limit of detection) ni1gfis InTNAVBINITATIVNY
LOQ (limit of quantitation) #1889 YAIARVBINITIALTIUTUI

2. Ysanauans alachlor Uutﬁauuuﬁ%mwﬁﬁu Ll,a:ﬂ’aﬂllLﬁﬂﬁﬁi@LﬂWﬁﬂiﬁﬂ‘ﬁMLﬂﬁ&ﬂzﬁ’]

NAMTAATEUTINA alachlor UUMKUETRAmaE A9 Yass 9B WL wumstudoutnmann
yn U1 onlu enuen fen viadlu vidauen Auw uddlu uasidauen Wity 2.85, 7.14, 4.99, <0.04, 4.40, 1.81,
0.09, 049, 14044 uax 61587 lulAsn$u/100 msawufwnas @ wmudSanauud ougafi gauF ot suen
61587 lailAsn31/100 msaudims Wesmnluvaeguans alachlor luuasugnagiin inunsnsldaiuuuy
WARS (even spray) ansazanefinusaninaedidnuasduavest uardimnuasiiavewintu wunewiufiesen
annaaulusen e uas 1.2 wesAuit daudidnede wazdhdaia wudwd eu 1,209.09 uas
3.17 lillasnsu/ans susau Usuned alachlor ﬁﬂuﬁauuuuﬂuﬁwmﬁawﬁq6’] yee319me samaluidey
fiftouaviin Wethudwaduliinamsivseiuiinemnvessisnie (U.S.EPA 2009) n1ewdsnisiu
Andumsuftfeumunilusiasfu wuhdiusina alachlor Yuilou 047 fadnsw/Alansunimdnda/u
(37 2) denrdestummiAteues Wayn et al. (2010) wuu3anasans alachlor andnsluukunfifinusian
Aownunsnsgiwuans SuTuasaus <0.01 - 32.0 lalasn3u/maeuiuns Savun1sandnauTioume
utanniiuinady uarluidrsdleduiuasnuans alachlor 3 - 324 laulasndu/foee Wudentu
Redeerat et al. (2018) wuuTunaans alachlor andsluusuiARauinuvvennunsnsgruasly
wlasdinguau 9.29 lalasn3i/dnlag

\leUszifiu3unueans alachlor vus1ene (Potential Exposure) iaunsagaduidg1enie
(Absorption Dose) §391n348904 Ronald et al. (2009) awnsagadudiimisld 10% wanisUsziiiu
sEAUANLIABIINYTIAINSIFSUANREaNS alachlor ligsrsmegiuanslundasignazti Tngldinasi
N15U584T U8 199989 Pesticide Risk Assessment (U.S. EPA, 2005 and U.S. EPA, 1998) A
fi1 NOEAL fidiiiu 0.5 - 15 fadnsu/Alansuimdnga/fu fumamewsuinausieulasadean
msléfuansiiy (MOE) windu 10.64 - 319.15 Fafn MOE fantfesndn 100 feinununsnsiinnudsdain
151413 alachlor luutasugnaztih famns1eil 3 Tasinausidn MOE snandmSewiriu 100 fodudu
sufuAmAssivansuld (U.S. EPA, 2005)
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M1519% 2 USHa alachlor vuwiuiiluUeauuusaniy iaeile wagiiaainveagiuens

FNUIRAUNURT Nufinn Usunasduideu Penetration factor Usnaudou
(Region of body) (Surface area) UULHURN fidudashany
(cm?) (1g/100 cm?) (pg/ region)
I - NN 1300 2.85 1.00 64.94
- YN 7.14
U1 2 2910 4.99 0.08 11.76
an - Tu 3550 <0.04 0.01 1.06
- Yan 4.40
AN 2 1210 1.81 0.08 1.77
naa - Tu 3550 0.09 0.16 2.70
- Yan 0.49
fuan 2 3820 140.44 0.97 5,203.86
was - Tu 2380 13.91 0.51 323.75
- UBN 615.87
1o 820 1.00 1,209.09
Wi 1310 1.00 3.17
SN sRwUous e TS HUILIY 14 Und 6,822.09
USinauansiwtuideusianiesewinamsviuung 14 1l seu 38,203.72
\nwmsnsihimdnieds 82 Alansu SefiuSinaansiivdudousresne/dhminga/fu 0.47 mg/kg bw/day

M19199 3 SERUANMILEERINUSINUMIIRSUaNS alachlor WhgsamesmululUasztn

HUf R Aruduiie alachlor % Absorbed NOAEL" MOE? FEAUA
91U (mg/kg  Absorption dose (mg/kg/day) e
bw/day) (mg/ke
bw/day)

;jw'ums Sub chronic Toxicity ~ 0.47 10 0.05 15 319.15 Accept
chronic Toxicity 0.47 10 0.05 14 297.87 Accept
chronic Toxicity 0.47 10 0.05 25 53.19 Risk
carcinogenicity 0.47 10 0.05 0.5 10.64 Risk

nuewe: 1) NOAEL = No Observed Adverse Effect Level fio AgegnuasUSunuasiivildlunmeaassitlavinla
\WAanasuliisUszasrnaiwiIne1ves alachlor
2) MOE = Margin of Exposure fia A1vauinainnuuaeniezainnistasuansiiy Adewndedninuibesgs
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3. Banmuasiuandnevad alachlor Tufu 1 uazaznaufu

NANIATIVIATIERRUNE NI WUN13ANA9983a7T alachlor Tufuyndogns faudnday
e 30 Yu USinauade 9.50 + 1.25 - 0.04 + 0.02 fadndw/AlanfutmidinAuuwis SUsiuansiiv
andsasaandaniu 0 Ju iosandnuazmanieninvenioduduiuiiu funietngaoudiei
(1.15%) fufian pH Wit 8.3 Tdnvazduse Jadendnidmasnonsdevaavansiidntuiie alachlor
lufu fis 3auUN3d dunseing Lazwdnueadlofiu (Janaki et al , 2015; Weber and Peter, 1982)
Fumiderfifdunietag 5.1 Weddus 7 pH 7.5 o 17.1 Fu mstesaaevesans alachlor §stuagfu
svevauazAn pH 7y (Patakioutas and Albanis, 2002) uanaind luussmalneiisteaunisise
Y84 Uda1 warAny (2564) n539NUANT alachlor luduunasugnity USuiad <0.01- 0.02 Tadnsu/
Alandu WulAgdiu 95med uazany (2562) #53anu alachlor luduudasugnagztn dsninveuuny
0.01 - 0.06 fiadn¥u/Alansu @9 Hunt et al. (1980) Wy alachlor TufiuuUasugnngvaUa daus furiu
uDe 74 U 0.72 - 0.08 FadnTu/AlanTu WULALINUTIBIIUNITNTIINU alachlor Tudrag1efumUas
Uannunztu dausuriuauds 45 Yu 0.88 - 0.08 Tadn3u/Alaniy Uanaki, et al., 2015) dawlutufv
\Remananaziilinunsnndwedans alachlor Tufiu

dnuUsIaians alachlor SanAvdsnuaue 15 Ju 1.68 + 0.44 - 0.09 + 0.07 lilasniu/ans
WUNITANA19GIAANAINY 0 YU FeUTana alachlor Ansaanuiiarndninmeiaigegaivexlaiiingg
Uudoures alachlor luthauwes U.S.EPA (2018) fitwualiiiu 2 lulasn$u/ans iesmnveuasaass
ﬁqﬁﬂaqmqmmmamzﬁw 1?1Lﬁmmim4‘uﬁﬂumaamam fvpsufsaransi (Total Dissolved Solid;
TDS) 5¥3I19 122 - 287 fadn3u/3ns 71 pH 6.2 - 8.2 aaumgiliads 27.5 - 35.8 ssrwaidia 4 alachlor
fnuantiazareinlduiunans 170 - 179 dadndu/ans 7 pH 7-9 gumgdl 20 esrwaden wow
aunsaaatelaegesinsisielaan aUfAzen hydrolysis 7 pH 7 (Camazano et al., 2003) wa
Tudetenznouin asalinunisandslunndedne iesnyimamsiinsamuluheaeudied
FevililaiiAnnsazannazgadulungnoufu lud 1979 - 1987 alachlor nvaanulutihfaAunagzii
vnnalu 10 55 vesai3ng <0.1 - 16.6 lulasnsu/dns wudediuusenadealul 1987 - 1988 a5y
alachlor luthdly 1.6 lalasn3u/ans tosninnasicngwaniseulvinsuiiouluiiy fidmunlil
A 2 lilasniu/ans (US.EPA, 2018) wenannilt 1981 - 1984 Tudssimauaue wuans alachlor luih
Afu 9.1 Tulpsnsu/ans
thieyaildanmssi ¢ TuRnwisanszyuanmsunsnszats (Environmental Fate and
Transport) ¥83a15 alachlor IngAuIMmAINMITaaERIUBY alachlor WazmANUALNUGTEWINSUTUN
asiuRNANNAUTEYEAMAMUENS alachlor Tugneanriee) laaunisniseanesivesans alachlor Tuwuu
Exponential #anm 1 Ao y = ae™ anaumsihlumunsyeznafiasiivaaissauanasdivsuna
ﬂ?l’wﬁ!q (half-life; t1,) AIBANNT 1 = -0.693/b Gﬁqmﬂ?ﬂ%im (half- life; t,) o4 alachlor TuRu fiAn 2.8 Tu
(Wil 1) WuReafuTsnunsnsIany alachlor IuﬁuLLUaﬂﬂ@Jﬂmumzi’uﬁmﬂ%{’ﬁ% (half-life, t;,,) 9.8 U
(Janaki et al., 2015) @3Ap39T3m (half- life; t;,,) 989 alachlor Tuth Sewihdy 3.3 Su (1)
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A15199 4 USu1euans alachlor anANalufu U1 kaznznauny nasniulukuasnzin

TUndany Usunas alachlor waglufiy  U3uas alachlor waeluth U3uney alachlor waslupznew
NAINU (Mg/kg) naniu (ue/L) Aundanu (me/ke)
(N= 6) (N=6) (N=6)
0 9.50 + 1.25 1.68 + 0.44 ND
1 9.20 + 1.96 1.35 + 0.87 ND
3 5.35+4.45 0.73 + 0.28 ND
5 242 + 1.16 0.23 +0.23 ND
7 2.26 + 0.69 0.14 + 0.09 ND
10 0.64 + 0.21 0.12 + 0.06 ND
15 0.44 + 0.40 0.09 = 0.07 ND
30 0.04 + 0.02 ND ND
Sufuien 45) <LOQ ND ND

RGN AulasAznauny; Limit of Detection; LOD = 0.01 mg/kg dry weight ; Limit of Quantification; LOQ =
0.04 mg/kg, 11; Limit of Detection; LOD = 0.01 pe/L ; Limit of Quantification; LOQ = 0.04 pg/L, ND = ND = not
detected, Ay wazin +; standard of deviation of 6 replicates.

AsaaneR2ve9a1s alachlor Tudu

10.000

£ Te
S 8.000
é _ -0.185x
S 5000 ,_... y = 7.881%e
2 R2 = 0.9683
% 4.000
‘é 2.000 e
¢ e
0.000 | SRR S Y
0 10 20 30 10

v
a [ %4

NuATIgAving (1)

]
2D

STYLLIAMNAINUIN

AN 1 LERIDRIINNSAa8Fu9 alachlor Tumy
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A158aN8A2UB9E1S alachlor Tuin

2.000
. ®
] - -0.21x
> 1.500 iy
3 . Rz = 0.9566
G;, '
& 1.000
&
£ .
o -
c ....
2 0500
& °
R, O,
0.000 ..
| 5 ) s 20

v
7]

srTIAMRINLIngiineATegaing (Ju)

AN 2 LEAIERIINNSAA8AIUBe alachlor Tuin

4. Bsunaumsan@naves alachlor Tuastiiiszezfiuifen

NaN13A3297LAT 2 L nuasiwana19luazd1yndeg 199 52U LOQ 0.07 LAz
LOD 0.02 #adnsu/Alansu AUSuuasiuanA1egega (MRL) ves alachlor Tuagin veasd1dneu
UINIFIVAUALNYATHAL I TUITIASILITAAIMUR WHDINTIBIUVBI Arshveer (2020) ANUTHA
a1sfiunnA9aean (MRL) veq alachlor ludey 0.1 fadn3u/Alansy

5. arundesuasans alachlor lufuuastnfidwansznusagunin uazdaundon

mﬂmﬁﬂﬁzLﬁummL?fENm'aqﬁumwmﬂm3'%’Ué’ms’l’amqﬁmﬂ’qﬁ’uﬁul,l,azﬁ;wﬁﬂulﬁau (Exposure
and Risk Assessment) ¥84Lnun3n3UgnAziin 929878 6 - 12 D waz{lng 70 3 luduildiede
5.69 x 10° A 1.15 x 107 uarluthidiads 3.75 x 10° wag 1.93 x 10° Fsan HQ 9nmsAmaaily
1371971 5 nuinaudsseglunasisensuld (HQ < 1) uansinnsldasidadeiiv alachlor Lifiaaw
dosequnmuaanuning uazilothluussifiuanudssiidsanssyuseduwndon (Environmental
Effects; Ecological risk assessment) A28A1A21ULE 89 (Risk quotient; RQ) Tufunasunda1aas
1.68 x10™- 9.50 x 10" Ao laiflimnandes (RQ < 1)
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M1519% 5 Useliiuminudesuadans alachlor luAunazinfdnanssnunagunIn wasduindou

Samples Concentration Hazard quotient Risk quotient Risk
(HQ) (RQ) Levels
Min Max Child Adult
Soil (mg/kg) 0.04 9.50 569%x10° 1.15x10°  950x 10" Y acceptable risk
water (ug/L) 0.09 1.68 3.75x10° 193 x 107 1.68 x10™ 2 no hazard
exists

wuewn : 1) HQ >1 vl ans alachlor anfnsegluszfuidaasiainunsns (Risk) , HQ <1 wnefa ans alachlor
anAvegluseugeusule (acceptable risk)

2) mnAn RQ <1 uaneilaiiinnandss (No immediate concern), 87@1 RQ 1-10 uansindinnuideadniios
(Of concern if supply volumes increase), §1A1 RQ 10-100 wanginfiaaudss miaﬂmmL?{Im%éfaqﬁﬁagaﬁluﬁ
\Rendounfiansansiudie (Further data require) wazdnAn RQ >100 uansindinuidesgdossidunisanainandes
719 (Reduce risk immediate) (ECB, 2003 and ECHA,2008)

dyunan1Inaasg

nsUsziiuauLd 9e9a15ANd Ty alachlor 48% WV EC luutasazin Faniaunsdsy
ndan1swuans wu alachlor andslufiunasin gegandaniswu 2 Falus ndsansurzwuluiua
ouas Inslufunudsus 0.04 + 0.02 - 9.50 + 1.25 dadnfu/Alandy windnduwis Tuih
0.09 + 0.07 - 168 + 0.44 lulasnsu/das drulunznouduwazaztldnunisnnA19ves alachlor
Tne alachlor fiAA3sT3n (half - life; t,,,) Tufu 3.8 Su wagluiin 3.3 Yu Lﬁaﬂmﬁumﬂmﬁmmaﬂmw
fuAn Hazard quotient (HQ) Tuva9e1g 6 - 12 U uag 70 U Audldads 5.69 x 10° uag 1.15 x 10°
uazluthildniade 3.75 x 10° way 1.93 x 10° &1 HQ <1 Fodogluinasisaniuld warussdunanseny
sefuwIndondaen Risk quotient (RQ) lufuuaztniliiads 1.68 x10™ 9.50 x 107 foilifianudes
(RQ < 01) wans31msldans alachlor finnuidssieguaimnunsnsgly wilidanudssoguamgsu
dudanu U wasduilaaneth uarlidmansenusedaunndon fuifieruuasade inunsnsdldans
agunsailiosiulunmsuftianu ileanmnudsssunmeannisldastidaiui

ANUBUAR
NMuITedlasunisadvayuivyssuudwIng mans I3uuasuinnssy (39W.) A1UNsoU

a

nsafuayuIwIdeyagIu (Fundamental Fund) a1ndinauamznssuniIsnsduasuing manside
WATUINNTTY (ANEN.) NIUNTHAVINTNEAT MUTHANTNARRY FF65-58-01-65-01-04-66 uammmﬁﬁ%’a
YOUDUAMINYAINT TufualIuw dunaliisauasugy Jrinuasusy uazyAaININENITeNANITENUIN
N15ldTngdenisinens nquideingdWen1sinens nea3TuWauIUaTen1sHEANI9IN1TINYAS

NSLATINITNBASN AU IELARD IUNITANTUIN U
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nsuNauIeluTdUselevy

1. thdoyaillfuuziinumsnslunsld alachlor Tuundsugnaztildegrsgndeauazimunzay (ile
dostunsiindgmansivnndsfidsmanssnuiroussdequaminuninsgld fuilnansi uagda
nIEMUADAILIAdeL

2. iedudogamdnnisundndnu ¥ninns ldsenevlunsiidosunsyssiiuanuides
Yosemsian vy

3. 81819A03AAIN3INNTITELAENISINELNTIUTI8UNANTITeUTEduaasT Lazn1sUTeyy
Fomslusgiund suassunslunsasivineneglulssna

LBNE15919D9

v v A Y

nauddedvie. 2554. Auugtnstdesiuidnisivuasnislidansidndanat 2554, d1in3dens
WAILINITEIFNUINY NTUIINTNYAT NTUNNY. 133 U,

nsNduaTuMINERg. 2566. “ilpfinzugnazilulsanalnel wa. 25657, wndsdaya
https://production.doae.go.th/service/report-product- @uAu: 15 g8 2566.

NINA Uszanay, qIng lavdsed, aal nsudyes wazydue yalve 8118, 2562, nsuseiiy
anudesansiaiifdndnsiivandndluusiogunmussinuninsiugnestiilud srinvenur,
NsaHnmsneas: VA 37 atudl 3 fueneu - Suau. u. 272-285.

UAAT LVEIUUN, B1UNR NEFUWA, TUTNT NaNes WAy A3NT WiResguuna. 2564. MSUTHHUNANTENY
YodasnnAtnalilian aensIdu wazezairaeslufu. nan1sUfuRuUsEidsulssinu
2564 183 2. NaNIENAUITITONINEININITNYAT. NIUIPINITNYAT. U, 51-57.
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N1581529815NEANANSTUASTN N21999 LAZRNNIAVEN INUUEINEAUTLIN
WIAUUNYT Unusil wazuasugy
Monitoring pesticide residues in Chinese broccoli, Flowering white
cabbage and Lettuce from plantation area in Nonthaburi, Pathum Thani
and Nakhon Pathom Provinces
m quisuasy  yamicnd vamd  dadn veade? et tae

Wanida Sukprasert! Boonthaweesak Boonthawee' Malliga Thongkheaw” Wittaya Buasri’

Y

nAuITIngiNyn1snYns Nea3 AU TILNTHANNIINTNYAT

ABSTRACT

The notification of safety issues in Thai exported plant products prompted an
investigation into the presence of pesticide residues exceeding the Maximum Residue Limits
(MRLs). Samples of Chinese broccoli, flowering white cabbage, and lettuce were randomly
collected from plantations in Nonthaburi, Pathum Thani, and Nakhon Pathom provinces from
December 2021 to September 2023, totaling 331 samples (90 Chinese broccoli, 112 flowering
white cabbage, and 129 lettuce). The 225 pesticide residues, including organophosphates,
carbamates, fungicides, herbicides, and other insecticides, were analyzed using liquid
chromatography-tandem mass spectrometry (LC-MS/MS) and gas chromatography-tandem mass
spectrometry (GC-MS/MS). Results revealed pesticide residues in 132 samples, constituting 40%
of the total samples. Notably, residues were found in 56% of Chinese broccoli, 51% of
flowering white cabbage, and 25% of lettuce samples. The detected pesticides included
acetamiprid, bifenthrin, cypermethrin, carbaryl, oxadiazon, l-cyhalothrin, metalaxyl, omethoate,
and profenofos; the concentrations ranged from 0.01 to 4.38 mg/kg. Seventy-one samples
(21%) exceeded the MRLs, with flowering white cabbage showing the highest residue levels of
cypermethrin at 4.38 mg/ke, surpassing the Codex MRL of 0.7 mg/kg for leafy vegetables, may
cause shot-term health risks. However, the values are used to assess the risk of toxic residues in
food evaluated together with the daily consumption amount found that the Hazard quotient
(HQ) had a value of less than 1 in both children, ages 6-12 years, and adults, ages 65 and over,
with HQ values equal to 0.21 and 0.12, respectively. This result was considered safe for long-
term consumption.

Keywords: pesticide residues, plantations area, Maximum Residues Limits (MRLs), Hazard quotient (HQ)
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CLASSIFICATION OF AGRICULTURAL COMMODITIES: CROP U84 ﬁ’wﬁfﬂmummgm?{uﬁﬂmwmu,az
DITUTIF NTTNTINYATLAZANNTAL LA7 mmimwﬂmjmﬁﬂﬁﬁﬁﬁ (FdnuLIATFIUAUANYAT
UAZOIMTHINYIF NTENTAINBATLAZENNTAL, 2559)

Azt Msdanazinniaves dneglunguinly (leafy vegetables) Sadunguuan 013 dudn
\eRsNEsYiE VL 0053 Aztiuaznanada Smeglungudes 0138 Aednlunsnansman (brassica Leafy
vegetables) 5%a VL 0054 Az (broccoli, Chinese) sWa VL 0401 (Juiiandn uazna19ds (flowering
white cabbage) 9@ VL 0468 \Juifinsos dnniaveu (lettuce, leaf) dnaglunguesy 013A Anluidyd
(leafy greens) %@ VL 2050 msauaguAnluddes inninvew swa VL 0483 1Jufivses
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¥im WU profenofos, cypermethrin wag ethion \Wudu Aaxtin wuansiiwanareinduiesas 70.6
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$ovay 31.2 vasegnaianun ansfivnndsfinsianuiiudl MRLs inniian 5 Susuusn Tuagth léun
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Faninunusnll uATUH AUVTANATIN AYNTAIAT TITYT ANY3T UaTUATAITIA 31U 30 MBE1d AT
WATIEHINgiiNY 99U 108 ¥l MelATed GC kag LC-MS/MS WUa1SHEANANTINIU 23 #2889

a

Anludenas 77 vessogiwimun wuasivandssuiuaesedalufiognaien 1y 10 Fegns
Andufevar 33 arsiiwdinudwunld il chlorpyrifos 5 28899 USuna 0.02-0.64 un./nn.
omethoate 2 #0E19 USnauiiny 0.04 wag 0.22 un./nn. profenofos 12 fegs Usunadinueglumag
0.04-2.88 un./nn. cypermethrin 5 §19814 U'%mmﬁwuaeﬂmm 0.45-5.21 1n./nn. lambda-cyhalothrin
2 Frega USinaufinu 0.02 waz 0.03 un./nn. wa triflumuron 2 §a0e19 U3uaudinu 0.07 uae 0.08 un./nn.

WAy carbofuran 2 19819 Usunainu 0.01 wag 0.05 un./nn.

gUNIalLaZIzNTS

gunsal

1. asunsgrudngifivngy 129 4l laun acetamiprid, ametryn, aminocarb, benalaxyl,
bendiocarb, bupirimate, buprofezin, butafenacil, butocarboxim, carbaryl, carbetamide,
carbofuran, carboxim, carfentrazone-ethyl, chlorotoluron, chloroxuron, clofentezine,
cyazofamid, cycluron, cymoxanil, cyproconazole, cyprodinil, desmedipham, dicrotophos,
diethofencarb, difenoconazole, diflubenzuron, dimethirimol, dimethoate, dimethomorph,
dimoxystrobin, diniconazole, dioxacarb, diuron, epoxiconazole, ethiofencarb, ethirimol,
etoxazole, fenazaquin, fenbuconazole, fenobucarb, fenoxycarb, fenpropimorph, fenpyroximate,
fenuron, flufenacet, flufenoxuron, fluometuron, flusilazole, flutolanil,  flutriafol,
forchlorfenuron,  formetanate, furalaxyl, furathiocarb, hexaconazole, hexaflumuron,
hexythiazox, imazalil, imidacloprid, indoxacarb, iproconazole, iprovalicarb, isoprocarb,
isoproturon, kresoxim-methyl, mandipropamid, mefenacet, mepanipyrim, mepronil, metalaxyl,
metconazole, methamidophos, methoprotryne, methoxyfenozide, metribuzin, mevinphos,
mexacarbamate, monolinuron, moxidezin, myclobutanil, neburon, nuarimol, oxadixyl,
paclobutrazole, penconazole, pencycuron, phenmedipham, picoxystrobin, piperonyl-butoxide,
pirimicarb, prochloraz, prometon, prometryne, propagate, propamocarb, propiconazole,
propoxur, pyraclostrobin, pyridaben, pyrimethanil, pyriproxyfen, quinoxyfen, rotenone,
secbumeton, siduron, simetryn, Spinosad A, spirodiclofen, spiromesifen, tebuconazole,
tebufenozide, tebufenpyrad, tebuthiuron, temephos, terbumeton, terbutryn, thiacloprid,
thiamethoxam, thidiazuron, thiobencarb, thiophanate-methyl, thiadimefon, thiadimenon,

tricyclazole, trifloxystrobin, triflumizole, triflumuron Wag zoxamide

2. asuespuinginungulnivsess $1uau 17 9l leun acrinathrin, allethrin,
anthraquinone, bifenthrin, cyfluthrin, lambda-cyhalothrin, cypermethrin, deltamethrin,
fenvalerate, flucythrinate, fluvalinate-tau, permethrin, phenothrin, resmethrin,

tefluthrin, tetramethrin wag transfluthrin
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3. ansuesguinginnqunguessniluneanesa 911 47 vlia lakn azinphos-ethyl,
azinphos-methyl, bromfenvinfos, bromophos, bromophos-ethyl, carbophenothion,
chlorfenvinphos, chlorpyrifos, chlorpyrifos-methyl, chlorthiophos, coumaphos, diazinon, disulfoton,
edifenphos, EPN, ethion, fenamiphos, fenitrothion, fenthion, fonofos, iodofenphos, isazofos,
leptophos, malathion, methacrifos, mevinphos, parathion, parathion-methyl, phorate, phosalone,
phosmet, piperonyl, butoxide, pirimiphos-ethyl, pirimiphos-methyl, profenofos, prothiophos,
pyraclofos, pyrazophos, pyridaphenthion, quinalphos, ronnel (fenchlorphos), sulfotep, sulprofos,

terbufos, tetrachlorvinphos, tolclofos Wae triazophos

4. @sunsguinglifiunguansnguasuim 91w 16 ¥l leuA 3-keto-carbofuran, 3-OH-
carbofuran, aldicarb, aldicarb-sulfone, carbaryl, carbofuran, carbosulfan, fenobucarb,

fenoxycarb, furathiocarb, isoprocarb, methiocarb, methomyl, oxamyl, pirimicarb L& promecarb

5. @15nquauq 9113 16 vila laun acetochlor, alachlor, ametryn, anilofos, atrazine,
azoxystrobin, clothianidin, dinotefuran, diuron, etofenprox, fenuron, linuron, omethoate,

piperonyl butoxide, propanil &g thiamethoxam

6. mimﬁﬁnﬁmh\‘iﬂ Toun acetone, ethyl acetate, acetonitrile, methanol, sodium sulfate
anhydrous, PSA, Envi-carb, NaCl, NasCitrate dihydrate, Na,H Citrate sesquihydrate %ia analytical
ey pesticide residue grade

7. aunsaldmsuiumedng

8. edesumuazgunsaiflilumsadanazmasSonasnnigiu

9. n3eailefldluriesfuRnis 1wy iedeanionsiedi (Lab Micronizer) La3asds, 13estu
mum"ﬁmmﬂmﬂau (centrifuge) , A3 (vortex) , LAT LU TE WIS (nitrogen
evaporator)

10. wSeailedinsnzaiuin LC-MS/MS (Liquid Chromatograph High Resolution Mass
Spectrometer) wag GC-MS/MS (Gas Chromatograph High Resolution Mass
Spectrometer)

11. fegneiy loun Az naedeuazinninvey

28013

1. ﬁwaaaﬁuﬁmmﬂgﬂmﬁw N989 wazdnnmaveniidiAiionsdn Beniuiiudannunsns
mndayanisuaninesiih nneds wagdnniaves luiuiidmiauumy3 Uyusd wavuasugy dusiosng
Pnulannunsns dufinsieasiBunuasdnuuevesiiegne Jufl aouiiudiesns udu1nsas
AATIPRANTABANAIY

2. N5LATENFI0E19UaENTanAI9819 Tnedudiag1anztl N21999 Lazdnniavoy agatiae
2 Alanfu Wulhdudwdng udhldduasdeadululasioumal drewmiounioudiegis (Lab

Micronizer) aulidniudnass udrgudsdiodisas 1020.05 nFu wuufudregd1seslily freezer
waIINATAMIEITREANAIY AINTENITNNTNIASUTET ISO/IEC 17025 vasinsuuRinsnauanuise
A13NYANA1N NRLITEINUAYNITNYAT
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3. fuanUinaasivandis lnstafiuildfia Wisuifsufuiiuiiarsazatsuinsgiu
1 EJIUSLLﬂ'ﬁ&JEf’]L%ﬁ]g‘d‘\]’mmm’li Linear Regression Wagfesilal coefficient of determination (R?)
laitfondn 0.990 Feaglunasiiivua

4. i’mi'swﬁ’a;ﬂamiﬁwﬂﬁwﬁmnwu ﬁw%’auﬂaﬂ%mmmiﬁwﬂﬁwiﬂﬂizLﬁumwmﬁmﬁaﬁa
N3UslaA ANUUABANENINIUEIMIS I8N ULNEUAININTEINATTRYANAIY MRL (Maximum
Residue Limit) ¥93Uszinelng a1uu1asgIuduainens uny. 9002-2559 (@119n9148IR55IUAUA
LNUATULAZDIMNTUAIYNF, 2559) tiay Codex LLa:mﬂﬂ"]miﬁwmmﬁﬂﬁ%’uﬁwgﬁwmsJéT’JstiU%ImGiaﬁ’u
Exposure (mg/kg bw/day) iguriuan ADI (Acceptable Daily Intake)

STETLIan
\SURAY AANAN 2564 Fugn Mueey 2566
A0UNYINNISNAG0Y

1. NuikUaununsnsusadmiauunys Unus il uasuasusy
2. vieeUfjUin1snguaideansiiynnae nquddeingiiiyunianisinyms
Nl iR TILNTHANNINTNYAT

HANIINABILAZIANTO!

nsduiiudiegieaztn nedetazinniaren anulasugniigvesnunsnsusiiadanin
uuny3 Unusfiuazuaslsy Franatsninniousuanan 2564 89 fusneu 2566 SIuT9AY 331
fo813 laln Aaag1eaztl 90 MI0819 111969 112 0819 waginnIaved 129 Aag1 Auadu U1
ATIVBATIERATTEANANGNoR N tuoaWe A1SULLe In3nsesn a1siiyanAsvesansdasiunidn
Tsafi ansidntuiin wazansmiauuaindug s 213 ¥ia drewadamdasuitansil Tngldedes
LC-MS/MS wag GC-MS/MS #aus1ngin asianuansiiwnnaslunzin 12198 wasinniavey 594 139
fees Anidufesas 40% Ganuluazii 50 fegs Andudesay 56 nads 57 fedn Aaliufosas
51 wagiinnaven 32 fedns Andudesay 25 amadu arsiuandnsiinsranusan 9 vila leun
acetamiprid, bifenthrin, cypermethrin, carbaryl, oxadiazon, (-cyhalothrin, metalaxyl, omethoate
wag profenofos, U%mmﬁwuagjslmm 0.01- 4.38 un./nn. §19E19ANULAUAT MRL $9u7w 71 §heg1
Anidufesas 21 fiwAnuarsfiunndnsgignie n2196s nuaIsiwanA1a cypermethrin 4.38 wn./nn.
\AuA MRLs 7 Codex fvualilunguinly (Leafy vegetables (group) #e 0.7 1n./nn. 91adsHanszny
sogunmluszeydy udidlethauusgdiunudsmesmsfivanddluawis Aunsmiuiinunis
v3lnesoTunazAuTuuasfivandnsiinsanuludogng wudid HQ Sertfesnd 1 vidlufewindas
01y 6-12 T wagSoiflvg) 12901y 65 VAUl fie HQ Wity 0.09 uay 0.10 Ay Fsdtednvasnsde
Ran1sUslnaluseeze1d NanITIATIERa1sTiennAgluAeg19AEtn NI19RLAZENNIANON WANIAS
Table 1-3
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Table 1 Residual types and concentrations detected in Chinese broccoli samples

No. Residual types in Chinese broccoli

MRL (mg/kg)

Total pesticide No. of concentration Thai¥  Codex’ EUY  Japan”
No. of Detected (mg/kg)
samples sample
90 8 viln 50 0.01 1.79
1 bifenthrin 23 0.04 0.08 0.05 - 0.01 0.5 (Ab
2007)
2 cypermethrin 28 0.03 0.15 10 0.7 (2009 1.0 1.0
(cabbage, leafy
head) vegetables)
3 carbaryl 7 0.14 1.0 - - 1.0
(cabbage,
head)
4 lambda- 29 0.04 011 03 0.5(2009) - -
cyhalothrin (cabbage,  Chinese
head) broccoli)
5 omethoate 15 0.05 027 - - - -
6 acetamiprid 12 0.02 - 0.4 - 5.0
7 oxadiazon 22 0.01 020 - - - -
8 profenofos 14 0.02 0.07 0.5 -
(cabbage,
head)

e : Teya Tuil 30 weuiugneu 2566 9 331 Meguaylidedduiiegamiinseiiintu
V7 : 1/ Thai MRL ; 919§ 1u8UA1LNEAT 1N, 9002-2559 @15WEANA1N : UTHaasiiunnana

2/ Codex MRL ; http://www.fao.org/fao-who-codexalimentarius/codex-texts/dbs/pestres/en/

3/ EU MRL ; http://ec.europa.eu/sanco_pesticides/public/index

4/ Japan MRL ; http://www.m5.ws001.squarestart.ne.jp
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Table 2 Residual types and concentrations detected in Flowering white cabbage samples

No.  Residual types in Flowering white cabbage MRL (mg/kg)
Total pesticide No. of concentration Thai¥  Codex” EU¥  Japan”
No. of Detected (mg/kg)
samples sample
112 4 vl 57 001 - 438
1 bifenthrin 16 0.09 - 0.19 - - - 0.5
(Ab 2007)
2 cypermethrin = 56 0.01 - 4.38 1.0 0.7 1.0 1.0
(cabbage, (leafy Chinese
head) vegetables) cabbage)
oxadiazon 16 0.01 - 0.03 - - - -
4 profenofos 27 0.01 - 4.37 0.5 - - -
(cabbage,
head)

e : foua ufl 30 Weudusieu 2566 10 331 fegnauarlinsddusogneiiaseiviniy

fian: 1/ Thai MRL ; UINTFIVEUARNEAT UNY. 9002-2559 A@SAEANATY - USUaasRunnAng
2/ Codex MRL ; http://www.fao.org/fao-who-codexalimentarius/codex-texts/dbs/pestres/en/
3/ EU MRL ; http://ec.europa.eu/sanco_pesticides/public/index
4/ Japan MRL ; http://www.m5.ws001.squarestart.ne.jp

Table 3 Residual types and concentrations detected in Lettuce samples

No.  Residual types in Lettuce MRL (mg/kg)
Total pesticide No. of Thai” Codex” EUY Japan‘v
No. of Detected
samples
129 4 vl 32 0.01 - 075
1 carbaryl 16 009 - 075 10 - - 1.0
(cabbage,
head)
2 metalaxyl 56 001 - 003 20 1.5(2022) 0.3 0.3
(Chinese
broccoli)
3 acetamiprid 16 001 - 023 - 0.4 - 0.5
Chinese
cabbage)
4 oxadiazon 17 0.01 - 003 - - - -

yaneing : Toya uil 30 Weutusiou 2566 210 331 fogauagligraddusogiinsesiviiu

fan: 1/ Thai MRL ; UINTFIVAUAMNEAT 1NY. 9002-2559 aSAUANATY : UTUUaTREANANS
2/ Codex MRL ; http://www.fao.org/fao-who-codexalimentarius/codex-texts/dbs/pestres/en/
3/ EU MRL ; http://ec.europa.eu/sanco_pesticides/public/index
4/ Japan MRL ; http://www.mb5.ws001.squarestart.ne.jp
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http://www.fao.org/fao-who-codexalimentarius/codex-
http://ec.europa.eu/sanco_pesticides/public/index
http://www.fao.org/fao-who-codexalimentarius/codex-
http://ec.europa.eu/sanco_pesticides/public/index
http://www.m5.ws001.squarestart.ne.jp/

dlethnanisnsaiwsziansiivandslufinsag uaduwae HQ Welssdumudeaiode
nsuslnavesansfimandrdluewns Tastasengiitanldlunsussdulutown fo 6-12 T wasinin
wdsfildlunisussdiusiity 33.38 Alansu Tudedlngjony 65 Yiuld dwdnadedvuldly
mMsUszifiuiiiy 5577 Alandu lnelddeyanisuslanomsvesdsemelng Adesidudlndd 97.5
¥93UsIm0 MU Ad M T UU SN 39 M9 (per capita) lunsiazya9e1g (UN8Y. 2559) wandla

AIMTN 4-6

wan1sUsziiuaudsadedenisuilaavesarsfivandnsluaziin Wevmiduiael HQ
WeUszifiuanandesiedonisuilnavesansivandsluemns wuin lufewdin fid1 HQ snnfigawindu
0.65 Tuferlng fid HQ annflgawindu 036 Fafu audsseglunurisensuld (HQ < 1) naseogn
luazth welufoiinuasTodlvg) anwnsauslnalfesneuasnsts Fuandlu Table 4

Table 4 The risk assessment results for pesticide residues in Chinese broccoli samples that

exceed Thai-MRLs or have not been determined Thai-MRLs yet.

ADD 1 Health
. Concentration IR Oral RfD HQ = .
group pesticides (mg/kg- risk
(mg/kg) (kg/day) day) (mg/kg-day)  ADD/RfD
ay
child bifenthrin 0.09 0.016 3.83063x10” 0.013 0.00 acceptable
cypermethrin 0.02 0.016 7.18993x10” 0.01 0.01 acceptable
carbaryl 0.04 0.016 6.71061x10” 0.01 0.01 acceptable
lambda- 179 0.016 5.27262x10” 0.005 0.01 acceptable
cyhalothrin ' '
omethoate 0.02 0.016 0.000129419 0.0002 0.65 acceptable
acetamiprid 0.10 0.016 9.58658x10° 0.10 0.00 acceptable
oxadiazon 0.14 0.016 9.58658x10” 0.05 0.00 acceptable
profenofos 0.26 0.016 3.3553x10” 0.00199 0.02 acceptable
adults  bifenthrin 0.09 0016  2.1312x10° 0.013 0.00  acceptable
cypermethrin 0.02 0.016 3.996x10” 0.01 0.00 acceptable
carbaryl 0.04 0.016 3.7296x10” 0.01 0.00 acceptable
lambda- 1.79 0.016 2.9304x10” 0.005 0.01 acceptable
cyhalothrin
omethoate 0.02 0.016 7.19281x10” 0.0002 0.36 acceptable
acetamiprid 0.10 0.016 5.32801x10° 0.10 0.00 acceptable
oxadiazon 0.14 0.016 5.32801x10” 0.05 0.00 acceptable
profenofos 0.26 0.016 1.8648x10-" 0.00199 0.01 acceptable

e : ¥vergfivunldlunisussdiuengluieande 6 -12 ¥ umdnmdeniiunldlunisusadiumndu 33.38
Alansu Jedlvajeny 65 VPuly dwninadenwnldlunisussfivviniu 55.77 Alansy

‘17'1I3n - 1/ JMPR2013. Residues of Pesticides in Food and Animal Feeds. Codex Committee on Pesticide

Residues 43rd Session.
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Table 5 The risk assessment results for pesticide residues in Flowering white cabbage samples
that exceed Thai-MRLs or have not been determined Thai-MRLs yet.

ADD 1 Health
. Concentration IR Oral RfD HQ = .
group pesticides (mg/ke- risk
(mg/kg) (kg/day) (mg/kg-day)  ADD/RfD
day)
chilg  bifenthrin 0.19 0.00714  4.06411x10” 0.013 0.00 acceptable
cypermethrin 4.38 0.00714  0.000936884 0.01 0.09 acceptable
oxadiazon 0.03 0.00714  6.41702x10° 0.05 0.00 acceptable
profenofos 4.37 0.00714  0.000934745 0.00199 0.47 acceptable
adults bifenthrin 0.19 001429  4.52065x10” 0.013 0.00 acceptable
cypermethrin 4.38 0.01429  0.001042128 0.01 0.10 acceptable
oxadiazon 0.03 0.01429  7.13786x10° 0.05 0.00 acceptable
profenofos 4.37 0.01429  0.001039749 0.00199 0.52 acceptable

weg  9wegfithunldlunisussiduenglutownde 6 -12 U dmdnimdefivinnldlunisussiduwindu 33.38
Alansu Jerflvajeny 65 VAulY wwninadenihunldlunsussidiiumindu 55.77 Alansu
131 : 1/ JMPR2013. Residues of Pesticides in Food and Animal Feeds. Codex Committee on Pesticide

Residues 43rd Session.

Han1TUTEuAUEsAERanIsUSInAvesEsiwanAlunnIaved WeatanA WAl HQ
WeUszdliuanudssdesenisuslaavesarsiivandisluens wuin Tudedn den HQ wnfigawiniv
0.02 Tudeelvg) ffn HQ unfaawindu 0.01 Feu Anudeseglunusisansula (HQ < 1) nndveE

Tudnnavey idluiobnuaziedvg awnsauilnaliegisaends dauandu Table 6

Table 6 The risk assessment results for pesticide residues in Lettuce samples that exceed Thai-
MRLs or have not been determined Thai-MRLs yet.

ADD 1 Health
. Concentration IR Oral RfD HQ = .
group pesticides (mg/ke- risk
(mg/ke) (kg/day) day) (mg/kg-day)  ADD/RfD
ay
child  carbaryl 0.75 0.00686  0.000154134 0.01 0.02 acceptable
metalaxyl 0.03 0.00686  6.16537x10° 0.06 0.00 acceptable
acetamiprid 0.23 0.00686  4.72678x10” 0.10 0.00 acceptable
oxadiazon 0.03 0.00686  6.16537x10° 0.05 0.00 acceptable
adults bifenthrin 0.75 0.00686  8.56643x10” 0.01 0.01 acceptable
cypermethrin 0.03 0.00686  3.42657x10° 0.06 0.00 acceptable
oxadiazon 0.23 0.00686  2.62704x10” 0.1 0.00 acceptable
profenofos 0.03 0.00686  3.42657x10° 0.05 0.00 acceptable

e : Yengitanldlumsusaifiuengluiodinge 6 -12 ¥ dwinndefiihuildlunisussdiuwingy 33.38

Alansu Selvajony 65 VTl thwiniadeihanlflumsysaidiuvindy 55.77 Alandy
P31 : 1/ JMPR2013. Residues of Pesticides in Food and Animal Feeds. Codex Committee on Pesticide

Residues 43rd Session.
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WUNININRLTAUNTT US1UYST VAYST 289 LAZAUNYS
Monitoring of Pesticide Residues in Mangoes and Durians in the
Production Areas: Chachoengsao, Prachinburi, Chonburi, Rayong,
and Chanthaburi Provinces
e UaAs Untleos nadute’  dadn newdey  mad lvgveue’

Wittaya Buasri® Pokpong Thananchai® Wanida Sukprasert' Malliga Thongkheaw” Pasinee Chaichana®

Y

nAuITIngiNyn15NYNs nea3 eI TuMTHANNIINITINYAT

ABSTRACT

Mango and durian have been widely popular fruits among Thai and foreign people. They,
however, were often detected pesticide residues in amounts that exceed the standard values.
This caused a risk concern to consumers. Due to this, the monitoring of pesticide residues in
mangoes and durians in the important production areas: Chachoengsao, Prachinburi, Chonburi,
Rayong, and Chanthaburi provinces between 2021 and 2023 was conducted. The analytical
procedure selected 162 mango samples and 90 durian samples, using LC-MS/MS and GC-MS/MS
as analytical techniques. In addition, the health-associated risk was assessed using a hazard
quotient values (HQ) as an indicator. The analytical result in mango samples revealed the
pesticide residues exceeded the maximum residue limits (MRLs): Thai-MRL 3 compounds, Codex-
MRL 2 compounds, EU-MRL 9 compounds, and Japan-MRL 1 compound. The risk assessment
results showed that consuming mangoes and durians, detected prothiofos, may cause long-term
health risks. In addition, the consumption of durians, detected omethoate and triazophos, may

cause both short-term and long-term health risks.

Keywords: monitoring, pesticide residues, maximum residue limits (MRLs), risk assessment
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! Agricultural Toxic Substance Research Group, Agricultural Production Science Research and Development Division
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? Development of Inspection for Crop and Production Group, Office of Agricultural Research and Development
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> puaafivdisay dinaruaniviar Tannisinuns

® Chiangsaen Plant Quarantine Station, Office of Agricultural Regulation
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o1adanansznudoaun nluszezenl uazn15uilaaniSoui wuaisfiuandne omethoate uaz
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aunsal
1. iedosilouargunsnl
1.1 napannasd (screw-capped polypropylene centrifuge tubes) ¥u1n 50 Jadans
1.2 ¥apANAABIIUIALAN (micro centrifuge tubes) ¥u1n 1.5 iadans
1.3 99AUT59815 (auto sampler vials) ¥ 1.5 dadans
1.4 qﬂnsaﬁm—ﬁhamiazma (auto pipette) vu1n 2-20, 10-100, 20-200, 100-1,000,
500-5,000 lulAsans uaz 1-10 fadans Aaeuliounan
1.5 gunsalge-91eansiailannain (dispenser) WU 10 daddns fiasuifioundn
1.6 wivaedalviin (electrical balances) wiianefios 5 fuwis wag 2 fuvis fideuiiisuwdy
1.7 \i38sunsiegne (Food processor)
1.8 gau (hot air oven) wazia i (muffle fumnace)
1.9 1A30IHaNFI9E13 (vortex mixer)
1.10 wiasiluiios (centrifuge) wiousie adapter dnsunaannaaes 1wn 50 Sadfins
1.11 w3ssdumismasannassvuiadn (micro centrifuge) dusurasannass 1un
1.5 Jaduns
1.12 w3esanUumstaenisilideutalulauan (nitrogen evaporator)
1.13 \3aauiawdinineg 1w volumetric flask, beaker, cylinder
1.16 dudifinszmunsas (syringe with membrane fitter) vu1a 0.20 lalasiuns
1.15 1384 ultra performance liquid chromatography (UPLC) #iafiu tandem mass
spectrometry (MS/MS) Agilent technologies
1.16 A30s gas chromatography (GC) siafiu tandem mass spectrometry (MS/MS)
Agilent technologies
2. a3uAdl
2.1 @FATPILVBETREANAI ALUTanslaiesndn 90 wWesiwud
2.2 acetonitrile (CH5CN) wiln pesticide grade (PR)
2.3 ethyl acetate vl pesticide grade (PR)
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2.4 acetonitrile ag water (H,0) wUn LC-MS grade
2.5 anhydrous magnesium sulfate (Mg;SOq) Lmﬁ 500°C w1 5 %”ﬂm
2.6 sodium citrate tribasic dyhydrate (C¢HsNazO7¢2H,0)
2.7 disodium hydrogen citrate sesquehydrate (CgHgNaO7¢1.5H,0)
2.8 ammonium acetate
w/NS
1. MsiAusiegns
dufiufegnaugihuasniSouaniuiifminandans Usiuus vaus szues uardunys
TnelRuragsetafidmiingulitesnin 1 Alandu (FAO., 2016) n13iuAIRE19gNANTUNTT 2 929
F97t 1 Budausiiieusunay 2564 Saieudamay 2565 S1uau 91 feehs wiadu uzse 62 fheta
uaziFeu 20 fege waztedl 2 Budwudifeusuniau 2565 Sudeuiiuiau 2566 Suau 161 Feehs
wUadu 123ia3 100 F79879 wagyiseu 61 fee
2. msm%sm@ffgashq
mamwvmmmaaﬂ LLa’JLmeaﬂaamUu 4 @ Boneanzaiunsadny 2 daumniuiy
Fuidn 7 ldgenanasin 2 $u Fahminsssegmdeututuiinduimingregsdmsuiaseiuuy
{desamiuden (whole fruit) (FAO, 2016) ﬂ’]ﬂuuLLSUGI’JaEJ’NSLu@JLL“UQQJMQ@JG]’]H’J’] -18 peALgAL ua
wasegatudaniunauiululasaumailvazdundung
3. NTIATILFI0E19
3.1 MTIATITRAIBEEmATAaAINLATUINNSI-LudaUnlNswWnS (LC-MS/MS)
afni0g197 gt uazidundie3s QUEChERS 1l oTiaTIviansngu 129 wiln lagldinada
LC-MS/MS EN QUEChERS (EN 15662: 2008) warl435 Ethyl Acetate dmsumsafiasegufiednsisn
asnauAIUILM 16 vila uarasunndsdindug 8n 16 vila sou 32 viia Taeldvada LC-MS/MS
3.2 MTIATIERAIREMEImAtALAElASUINNSI-LugaUnINsuns (GC-MS/MS)
anadee1eigniuaziBensie3s Ethyl Acetate 1ileinszviansngulninsesd 17 vila uay
pasnsluneain 47 via 573 64 ¥l lagldmalin GC-MS/MS
4. ﬂﬁﬂsut,uummmsmmaasumw
4.1 miﬂiumummmmiumau (short term risk assessment)
iwmuwamamammummm P9588LLAUNG U (acute hazard quotient, HQa) Y8915
AnAsuAazedn A1UINaINANNTS HQa = NESTI/ARMD & NESTI Ao A1USunnnisuslnassovduues
Uszrnsluusene (national estimation of short-term intake) flmeifuiadndusenlansuimdngy
AoTU way ARMD Ao A1USNIME19Pudsundu (acute reference dose) Aminaduiiadnsunenlansy
thwingasiotu mne HOa tesntwiewindu 1 vsthmaudlaeueshadonSeuiinsanuasuiindus
aliifudunesogunmluszezidoundu (nmelu 24 Falug)
4.2 nsUszfiumudesszezend (long-term risk assessment)
MeURamsAdRaIuANIEssTeiEet (chronic hazard quotient: HQC) vaasiumnAns
wiazviin awnsarmuialaeldannis HQc = NEDI/ADI @4 NEDI #o aA1uUSuiani1suslaaneiuves
Usznsluuseme (national estimation of daily intake) fumineiduiiaansusenlansuhwingaseu
waz ADI Ao A1U3unanisustaaneTufiveusuls (acceptable daily intake) Snuaeidu fadnfusie
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Alansudmtindsiadu mind1 HQc WeendMwTawiniy 1 Uainn1susinauedavseniseuiingianuans
il q sailles avlineliAndunseseguamluszeziainiuu

sTERIRn L3uGU gaAL 2564 Auan fugIEU 2566
anuivinimaaad
Vol uRn1snguaITeansiiunnane nguideinglifivnisinuyms
NBaILNAUITILMTHANNIINSLNYAT

NAN1SNAABILAZ AT
1. NANTAATIZIADEIINLUN

fegnauranesiual 162 foes fdufuinnuamdsluiuidminandans Usdugs
¥ay3 uardunys asanuansivandsdaus 1 sdedull 93 daees Andu 57% vewinee st
wavansfimsranuiivanue 23 viln fisasdonuandly Table 1

arsfivanAeiinsranuludiegeduiuniniigade cypermethrin Ingns1anusIuly
34 fheg1e fUSumeglutng <0.01 - 0.37 fadnfudeRlansu asslaignldedraunsvarglunisiieatu
MpURasNAYMEHaLg (AR1UTS, 2565) wiinranunisandnslufegnas uauannuaUIa
finsranulalldgafiunmeiAn MRLs 90999 4 Ussina/nguussind (fuuaan MRLs THvinfud
0.7 fadinfusiafilansy) warann1sAn¥Iveeiny) AUNT wavaAe (2551) Aeafunisaansfiuas
funNA19Y8s cypermethrin Tunzaiisanaiuludminanssaus wudn cypermethrin finsangdagiunn
Faflenundululffansiagiirnufvesmansranulusiesnarnggs Turefivinuasiivandsgean
finsranufe carbendazim 2.54 fiadnsudeilansu ludegrsuzdrausnandminasidans s1uauy
1 #20819 USuauiinsrawuilfangaiiu Thai-MRL (2 fadnsusoflandy) EU-MRL (0.5 fadnfusio
Alansy) way Japan-MRL (2 fadnSuseRlansy) veilvaavesuSina carbendazim finsranuluegng
ugahaiauniieann (<0.01 - 2.54 fadndusiedlansy) wanafednsinisaanefildwintu aenadesfiu
Ao P. Ahila Devi et al. (2014) fisvyinAAiaiinues carbendazim eglutaakaust 1 83 5 fu

NI 23 ¥Hieans n15MruaA Thai-MRL (§11N91ULIRsgIUEUA LN YATHAZDINIS
Wi, 2559) lungsiag 12 wilaans Madneadadn (default limit) f8198991nAn LOQ vasnsiinsien
2 9ilnany wazludn1siinunal Thai-MRL 8 ilaans Taea19m31anun1IanA19LAuA1 Thai-MRL Tu
fetnanniian leuA chlorpyrifos (Fuualdi 0.005 fadnsusedlaniy) $1um 5 fees asvinduns
UsinaunnAsludiegnaiudl Thai-MRL lawn carbendazim (1 §29819) wag clothianidin (1 dae)

ol suiisunanisiinsizraiinasives Codex-MRL ansifiusuagaiuinaei dun
clothianidin (1 #78819) ua difenoconazole (1 faeee) MniUSBUdiBusae EU-MRL § 3 wilaansdilisiiu
\newst Il carbendazim (1 §18879) clothianidin (1 670619) Uag difenoconazole (1 faeene uawiileld
f1 default limit 209 EU-MRL aniiansansaudng s1uauansinndnadunasianiintudy 9 viaens 1w
buprofezin (1 #2788 14) carbaryl (1 #1198 13) carbendazim (1 6198 14) clothianidin (1 #1388 14)
difenoconazole (1 #78¢14) imidacloprid (9 #388149) methomyl (2 #78819) prochloraz (5 #39819) kag
procymidone (1 #79819) d115UA" Japan-MRL nansiUSeulieunuindl carbendazim (1 619814) L
siiaRenfilinunagives Japan-MRL (The Tapan Food Chemical Research Foundation, 2023)
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Table 1 Residual types and concentrations detected in mango samples

Number MRL (mg/kg) (number of samples
of concentrations exceeding the MRL)
No. Pesticide
detected (mg/kg) .
samples Thai Codex EU Japan
1 acephate 1 0.03 0.05" - 0.01¥
2 azoxystrobin 30 <0.01 - 0.14 0.7 0.7 4 1
3 bifenthrin 5 <001 - 005 005 - 0.5 0.3
4  buprofezin 2 0.01 - 0.03 - 0.1 0.01%(1) 09
5  carbaryl 1 0.60 3 - 0.01%(1) -
6 carbendazim 18 <0.01 - 254 2 (1) 5 0.5 (1) 2 (1)
7 chlorpyrifos 5 0.02 - 0.42 0.005Y(5) - 0.01% -
8 clothianidin 14 <0.01 - 012 0.04(1) 0.041) 0.04(1) 1
9  cyhalothrin 3 <0.01 - 0.01 0.2 0.2 0.2 0.5
(lambda)
10 cypermethrin 34 <0.01 - 037 0.7 0.7 0.7 0.7
11  difenoconazole 8 <001 - 0.19 0.6 0.07(1) 0.1(1) 0.07
12 imidacloprid 11 <001 - 0.11 0.4 02 00179 1
13 malathion 1 0.01 - - 0.02” 8
14 methomyl 2 0.02 - 0.08 - - 0.01%(2) 3
15 omethoate 1 < 0.01 - - 0.01% 1
16 prochloraz 14 <001 - 033 7 70035 2
17 procymidone 2 <0.01 - 0.01 - - 00171y -
18 profenofos 1 0.01 0.2 0.2 0.2 0.2
19 propiconazole 1 < 0.01 - 0.05 0.1 0.1
20 prothiofos 1 0.05 - - - -
21  tebuconazole 1 < 0.01 - 0.05 0.1 0.1
22 thiamethoxam 7 <0.01 - 0.12 0.2 0.2 0.2 0.2
23 thiophanate- 1 0.03 - - 1 2
methyl

Y The default limit for Thai-MRL
“ The default limit for EU-MRL
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2. HANTAATIENAIDENWITEUY

freg1enFeusiuiu 90 fog Aduivinanudmdnluiiuiismisasdans Jniug
¥ay3 uardunys asranvansivandisdaus 1 wdedull 80 daees Andu 89% vewineeeiamun
wazansfinmanudivionun 49 via fieazdeauandly Table 2

asiuand1ai asamuluieg niFsudnauinniian Ae cypermethrin lngnsaanusiuu
50 Aeg 19l UTImeglutas <0.01 - 239 dadnfusenlansu uawil 4 fegnsiiil cypermethrin LAuAT
Thai-MRL Codex-MRL ag EU-MRL (Fviualiindudl 1 fadndusianlanu) leun vi5sunueunesain
FJrinduny3 1 e (239 Tadnusenlany) NiSeuniwwdl MSeuUNIEAN LALSEULaUNBRINTNIA
seeRs aeusay 1 fegs (132 165 way 1.54 aaniusioilansy auaiy) Tuvarivsnuansfivaniig
geanfinsanuAe carbaryl 8.10 fiadnsusieRlansy TusedrmEsuvmeunesnindmindunyd 1 fegis
USinaumsnnanaiiiiuen default Umit w83 EUMRL (0.01 fadnSusionlansy) Taeens carbaryl finsamuil
Huanstidauasildlunisidavmueuasiudonidou fanwmanslolddusiifounsmdsanydoufang
(ASUSSY, 2565) ﬁdﬁﬂﬁﬁiamamuﬂwumwﬁWfﬁuﬁmmﬁqq @0nAARINUNSANYIVRIUTET S URY Loy
Ay (2560) Aivhmsviaassdawu carbanl adluuUamFousuneusvin Smiaduny3 1 was uazdune
WwiaA Yeriaduny3 1 ulas TeaunsIIEnsRiuAnds carband fisveziAuiRsllunSeunnuuasine
wgw 2.77 dadnsusanlansy uasiUawneuvaudsi 1.43 Tadnsusionlansy

N 49 Fleans In1simueal Thai-MRL luniSeu 8 silaans 19e default limit 5 wiin
ansuaglaifimsfivund Thai-MRL 36 ¥linans ansfinmanumsandaiue Thai-MRL Tufegsnniian
1$u carbendazim $1uau 10 deea Anulu 62% vesieEnsmuATiaTIANy carbendazim duasvila
§uii fiusunamndsluiieg 1iuan Thai-MRL Téwn acephate (9 §38874) chlorpyrifos (6 #1708 19)
cyfluthrin (1 f18e14) fenvalerate (1 $19819) fipronil (2 A9874) tag profenofos (6 AIDEN)

Fensuiisunanisiiesigideinmst MRLs 9 nviasaudu wuln Codex léimuaan MRL
dmdunFouliifies 1 vilnans Ao cypermethrin wag Japan-MRL laifteyarn MRL luvaufianninglsy
faviun EUMRL 1 3 9finans Jsnunmsandnafunas 1 vinans fie cypermethrin Ty 4 fegnamaiing
st uasfudoyaild default Uimit 8n 38 vlinans wumsanAaiunae 36 viaans

172



Table 2 Residual types and concentrations detected in durian samples

Number MRL (mg/kg) (number of samples
of concentration exceeding the MRL)

No. Pesticide

detected (mg/kg)

Thai Codex EU Japan

samples
1 acephate 10 0.04 - 1.17 0.05%(9) - 00170100 -
2 acetamiprid 7 0.01 - 0.20 - - 0.01% (2) -
3 azoxystrobin 14 <0.01 - 1.10 - - 0.01% (9) -
4 bifenthrin 3 <0.01 - 0.16 - - 0.01% (2) -
5  buprofezin 5 0.03 - 022 - - 0.01% (5) -
6  carbaryl 7 0.01 - 8.10 30 - 0.01% (5) -
7 carbendazim 16 0.02 - 149 0.1(10) - 0.17 (10) -
8 carbofuran® 1 0.01 0.02 - 0.01¥ -
9  chlorpyrifos 9 <0.01 - 0.10 0.005(6) - 0.01% (4) -
10 clothianidin i <0.01 - 0.02 0.9 - 0.01% (1) -
11 cyfluthrin 2 0.02 - 0.09 0.02%1) - 0.01% (2) -
12 cyhalothrin 14 <0.01 - 0.33 0.5 - 0.01% (7) -

(lambda)

13 cypermethrin 50 <0.01 - 239 1(4) 1(4) 1(4) -
14 cyazofamid 3 0.03 - 037 - - 0.01% (3) -
15  diazinon 1 0.04 - - 0.01% (1) -
16  difenoconazole 2 0.02 - 003 - - 0.1 -
17  dinotefuran 4 <0.01 - 041 - - - -
18  dimethomorph 16 0.01 - 084 - - 00171000 -
19 ethaboxam 2 0.03 - 0.27 - - - -
20 ethion 3 043 - 087 - - 0.01% (3) -
21 fenitrothion 1 0.03 - - 0.01% (1) -
22 fenobucarb 2 <0.01 - 0.01 - - - -
23 fenpyroximate 1 0.04 - - 0.01% (1) -
24 fenvalerate 2 0.02 - 0.09 0.02"(1) - 0.02% (1) -
25 fipronil 2 0.02 - 0.05 0.005"(2) - 0.0057(2) -
26  fluazinam 2 0.04 - 0.19 - - 0.017 (2) -
27 fluopicolid 1 0.04 - - 0.01% (1) -
28 imidacloprid 12 0.01 - 048 - - 0.01% (9) -
29 isoprothiolane 1 0.21 - - - -
30 metalaxyl 15 <0.01 - 0.31 0.5 - 0.01%(14) -
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Table 2 Residual types and concentrations detected in durian samples (cont.)

Number MRL (mg/kg) (number of samples
of concentration exceeding the MRL)

No. Pesticide

detected (mg/kg) )

samples Thai Codex EU Japan
31 methamidophos 9 0.01 - 027 - - 0.01% (8) -
32 methomyl 17 <0.01 - 0.46 - - 0.01% (5)
33 myclobutanil 13 001 - 027 - - 0.01%(12) -
34 omethoate 19 001 - 1.10 - - 0017(17) -
35 phenthoate 1 0.13 - - - -
36  pirimifos-methyl 5 <0.01 - 0.05 - - 0.01% (3) -
37 prochloraz 5 0.01 - 0.10 - - 7 -
38 procymidone 1 2.88 - - 0.01% (1) -
39 profenofos 13 <0.01 - 0.63 0.05(6) - 001711 -
40 propiconazole 3 <0.01 - 0.16 - - 0.01% (2) -
41  prothiofos 3 <0.01 - 0.11 - - - -
42 pyraclostrobin 7 <0.01 - 0.14 - - 0.02% (5) -
43 pyridaben 1 0.01 - - 0.01% -
44 tebuconazole 2 0.06 - 056 - - 0.02% (2) -
45 tetraconazole 1 0.04 - - 0.02% (1) -
46  tolfenpyrade 1 0.09 - - - -
47  triazophos 2 0.19 - 0.74 - - 0.01% (2) -
48  thiamethoxam 22 <0.01 - 0.11 - - 0017(12) -
49  thiophanate-methyl 1 0.02 - - 0.1 -

Y The default limit for Thai-MRL
“ The default limit for EU-MRL
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3. MsUszidiunudssianisuslnafiegnezaiag

asfunnAdluieg 1mzaaafingranuiiiuTunaigandnd Tha-MRL wiedslsifinsimun
A1 Thai-MRL azguszidiurmdesdeguniwisszerdunayszeren Tnseudssionisuilnaugaily
senzdu 1den HO, agluting 0.00 - 0.22 asfifian HO, 1nfiande cypermethrin Wy 0.22 wansins
U3lnanzahsinmaanuansiuandsgenindn Tha-MRL vifeansfivanAnefidalaifinisimune Thai-MRL
wianil arlidssanssnusoguninluszendeundu Turnsfienumdssiensulnausadluszeren 1dan
HO. aglut3 0.00 - 1.72 Fsansfifian HQ. 1N 1 Ao prothiofos (HQ. = 1.72) Ustiimsudlnauzaiisd
flansandng prothiofos agssialilos onvdsansyudeguamluszazemls seazBoadsuantiy Table 3

Table 3 The risk assessment results for pesticide residues in mango samples that exceed Thai-
MRLs or have not been determined Thai-MRLs yet.

Short-term risk assessment Long-term risk assessment
References
Pesticide NESTI  ARfD NEDI ADI of ADI and
(mg/kg (mg/kg HQ, (mg/kg  (mg/kg HQ. ARD values
bw-d) bw-d) bw-d) bw-d)
carbendazim 2.36x10% 0.1 0.24 1.00x10?  0.03 0.32 JMPR 2005
chlorpyrifos 1.56x107> 0.1 0.02 1.55x107 0.01 0.16 JMPR 2004
clothianidin 5 16x10 0.6 0.00 2.08x10* 0.1 0.00 JMPR 2010
cypermethrin 8.61x10° 0.04 0.22 3.47x10°  0.02 0.17 JMPR 2006
methomyl 4.76x10 0.02 0.02 3.06x10°%  0.02 0.02 JMPR 2001
procymidone 8.07x10° 0.1 0.00 3.77x10° 0.1 0.00 JMPR 2007
' 4 4 Alterra-
prothiofos 4.27x10 0.0047 0.09 1.72x10 0.0001 1.72

rapport 789

MUeMR : NESTI Ao AUSinansuilnassezduvecsyansluussme (national estimation of short-term intake)
ARfD fip A1USNae19BUdeUNaU (acute reference dose)
HQ. fie Adndunudesszesioundu (acute hazard quotient)
NEDI fio a1Usunain1susinaneiuvesuseansludseind (national estimation of daily intake)
ADI fio Ausinansuslnaseufivensuls (acceptable daily intake)
HQ. Ao AdndunuEsssTazEass (chronic hazard quotient)

4. myUssifiuanuiesdanisuslnafadimiSeu

answmnendluiiog e Seuiinsanuiniuiiaganiian Tha-MRL viedslifinsimuadn
Thai-MRL aggnusiliunrundesiogunmiissserdunarszeren lnenansUssiiuaudsssyosdy
et HQ, a8lutia9 0.00 - 4.93 ansiidien HQ,11nnI1 1 18uA omethoate (HQ, = 3.63) waz triazophos
(HO, = 4.93) uansimsuslnanieuiinsanuisansia 2 wiinil ondmansznusoauamlusvesdoundy
16 luvassfinamsUsiiunnudseszoze 161 HQ. oglutas 0.00 - 1.66 Geansiidian HQ 1ANT1 1
leuA omethoate (HQ. = 1.57) triazophos (HQ. = 1.66) Wag prothiofos (HQ. = 1.61) muaIRU NMSUILAA
ynFeufifiansfivanéneis 3 ¥iei owdmanssnudeguniluszerenld MeasBeauandu Table 4
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Table 4 The risk assessment results for pesticide residues in durian samples that exceed Thai-
MRLs or have not been determined Thai-MRLs yet.

Short-term risk assessment

Long-term risk assessment

References of

Pesticide NESTI ARfD NEDI ADI ADI and ARfD
(mg/kg bw-d) (mg/kg bw-d) (mg/kg bw-d)  (mg/kg bw-d) FQ. values
acephate 7.75x107 0.1 0.08  1.79x107 0.03 0.06  JMPR 2005
bifenthrin 1.05%x107 0.01 0.10  2.91x10* 0.01 0.03  JMPR 2009
carbaryl 5.36x107 0.2 027  4.19x10° 0.008 0.52  JMPR 2001
carbendazim 9.83x107 0.1 0.10  3.44x107 0.03 0.11  JMPR 2005
chlorpyrifos 6.41x10™* 0.1 0.01  1.72x10* 0.01 0.02  JMPR 2004
cyfluthrin 5.95x10™ 0.01 0.06  1.98x10* 0.04 0.00  JMPR 2006
cypermethrin 1.58E-02 0.04 039  6.12x107 0.02 0.31  JMPR 2006
fenvalerate 5.65x10™ 0.2 0.00  3.03x10" 0.02 0.02  JMPR 2012
fipronil 3.35x10™ 0.03 0.01  1.33x10" 0.0002 0.66  JMPR 2021
imidacloprid 3.16x107 0.4 0.01  3.06x10" 0.06 0.01  JMPR 2001
omethoate 7.27x107 0.002 3.63  6.27x10" 0.0004 1.57  JMPR 2022
procymidone 1.91x107 0.1 0.19  1.02x107 0.1 0.10  JMPR 2007
profenofos 4.15x107 1 0.00  4.70x10* 0.03 0.02  JMPR 2007
. 4 4 Alterra-
prothiofos 7.31x10 0.0047 0.16  1.61x10 0.0001 1.61 rapport 769
triazophos 4.93x107 0.001 493  1.66x107 0.001 1.66  JMPR 2002

e+ NESTI o Anusanaunmsuilaaszesdunesssenslutssima (hational estimation of short-term intake)
ARfD Ao A1UIHNUD19DUR8UNSU (acute reference dose)
HQ. fie Fndndunnudesssezidsundu (acute hazard quotient)
NEDI fip A1Usunan1suslnaseiuaesuseanslulseine (national estimation of daily intake)

ADI flo Ausinannsuslaadeufivensuls (acceptable daily intake)

HQ. Ao AdndIuAULERNT2215951 (chronic hazard quotient)
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dyunan1Imaasg

ansfumnéndluiesnazsiidununamdsluiiuidminandans Urdugs seus svees uay
FJUNYS ATInUasianA1GAuA1 Thai-MRL lauA carbendazim, chlorpyrifos ia clothianidin Uonni
fidnnu 8 vilnansidslidmssvuaan Thai-MRL TuvagiansfivandndudiaegmiFeu nnanuasfiy
ANA19LA UA 1 Thai-MRL 1@ kA acephate, carbendazim, chlorpyrifos, cyfluthrin, cypermethrin,
fenvalerate, fipronil wag profenofos uawiisuau 33 winansfisalaifinistnuae Thai-MRL n13u3lae
uzshauagyFouniiasiunndsuila prothiofos o1vdmansenusioaunluszeren wazmsuslnaySou
fiftansfiuanéneniin omethoate Ay triazophos 919dNANTENUABgUN LU IEBEdULAY TEEZET)

doyamsdneasivandrdluieguasmvssduaudssienisuslaalunanisinuiioy
T unmadniudhseTsnsldingdunsonensinuaslunzsihuasySeuluuvamaniidfyes
Usene ufadudeyadradilivsaiunstunsdeuingdunnelusuan iledulsslovideniy

AUAINNNDIMITUAENTLAULANIINITEDDNVDINIANTITIABATVBIUTLNA

nsikauidglulduszlev
1. dieRnmuaniunsaimsnniavesnsldingdunsensmaineaslunzshauasnEouluumas
NARTidAay
2. iteifudoyauumsdmiuiihsg fanslddngsumsemamsinumslumsudnuzsiuagyiFou
YDUNYATNT
3. sl dudoyasedamdnnsdmsummnisesnisléingdunsenisnisinunsuazns
Ussiiunnndesionisuilaaugaiauasy oy

4. weldlulsznounsiansannisimuaUSunuasiunnAsgEan (MRLs) vesusenalny

LINEN519D

N3UNNGIAY. 2548, GUuauaTAnansEUdIeenuzag. uaseya:
http://www.ftawatch.org/node/2298. Auile 15 naAL 2566.

Uszv15Und wedAeyley, WIUAE 91U, LaznyT WU, 2560. . FF8UTUIUENTREANAUDY
mfu13a (Carbaryl) TuyiFeu WedmuarUTinugeanvesssivandne. Menurasmuizoudy
nsneaesiiduan U 2560,

dinnuiivinunmsinensinssema Uszsngalafien. 2566, nsenaisansisags GUu as1anuas
Procymidone anA1aLAua 1u1nsg1ulunissui vudiaindssinalne. wnasdeya:
https://www.opsmoac.go.th/ tokyo-news-preview-451491791075. Fudle 15 Aa1AL 2566.

dUNNUNINTTIUFUA NN YATUALRIMITUNIYIA. 2559, @nsiuanAe: UTUIansiynnaA19g9a .
wnastaya: https://www.acfs.go.th/standard/download/MAXIMUM-RESIDUE-LIMITS.pdf. AU
\dle 7 nsngIAm 2566,

A1NNUNINTFIUFUAUNBATUALDMNTWNIYIA. 2565, tnmakdTasauarsialinnAdlunalduigiain
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Wensldmatiafiueadaussauggs (HPTLC) Tunisvinendneallasunlnnsi
vasaIngunailauaen luasanaaIvan
Study on HPTLC Technique for Providing Fingerprint of Flavonoids
Compounds in Torch Ginger Extract
algns dunana)’ wanes avgassas fsws aeuvialn' wunng Yunsuas’ gninsal a1

Nattaporn Chanthasakda®'  Pornpayung Kongsuwon®  Siriporn Sonthako’

Nonthakorn Junsaeng® Supaporn Sacharti’

Y

nquITIngiNyn1snuns nea3 eI TuMTHNENNIINITINYAT

ABSTRACT

The present study was conducted to provide HPTLC fingerprint of flavonoids groups from
torch ginger extracts from Yala Horticultural Research Center using High-Performance Thin-Layer
Chromatography (HPTLC) technique. Stem with leaves and flowers of ten varieties of torch ginger
extracted by ethanol gave crudes in range 1.83 - 3.98% W/W and 1.17 - 2.73% W/W, respectively.
HPTLC fingerprint of flavonoids was performed by HPTLC plate silica gel 60 Fzsq size 20x10 cm
using a mixture of ethyl acetate : formic acid : water (18:1.5:1.5, v/v/v) as mobile phase.
Post-chromatographic derivatization was employed by spraying with aluminium chloride to
visualize flavonoid spots and 2,2-diphenyl-1-picrylhydrazyl (DPPH) to visualize antioxidant spots.
The flavonoids were detected at wavelength 265 nm. Stem with leaves extracts provide 7 spots
of main flavoniods at Re 0.12, 0.22, 0.27, 0.30, 0.35, 0.42 and 0.50. Flower extracts provide
7 spots of main flavoniods at Re 0.12, 0.24, 0.30, 0.35, 0.42, 0.70 and 0.81. Comparison flavonoids
in each torch ginger varieties found that torch ginger in same group had same type of flavonoids
but different content of flavonoids. Moreover, stem with leaves extracts showed higher quantity
of flavonoids than flower extracts.

Keywords: flavonoids, HPTLC fingerprint, torch ginger
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UNANED

n1siend neallasuilnnsifvesarsna urlaliuees 3Nasan AneIuAIval Alewaila
fweadaussaurgs (HPTLO) Ine@nwiludiag1anivan 10 Wug/aedu anaudideivaiuezal o
Wugnss 1 039 2 05 3 039 4 053 5 aneuvantiuums aeduundula aedunan aefunmalli
wazaefunInand wu Mo1gvdsugn 24 Weu sudunmsatadiudundeulu uaznon deonuea
lpansadaveueg sening 1.83 - 3.98% W/W uazdunenlauSinaasaiaveuegsening 1.17 - 2.73%
W/W Anmiendnuallasininnsilvesansnqunailiess mewmaila HPTLC agld HPTLC plate silica
gel 60 Fosq VUM 20x10 4. amwﬁ'mmsauﬁa mobile phase : ethyl acetate : formic acid : water
(18:1.5:1.5, vA/A); 4181w aluminium chloride dusufigatna uansvanlauossd wazuenu 2,2-
diphenyl-1-picrylhydrazyl (DPPH) dwisuiigadansiueuyadase maaﬁmmaﬁ'mawﬁmmmmﬁu 265
YULUAT wummdmﬂaﬂauaaﬁlumiaﬁ’wmudauﬁuw%ﬂuﬁ Re 7 swia A 0.12, 0.22, 0.27, 0.30,
0.35, 0.42 uaz 0.50 uagnuasnasmailaueedluasatamveudrunend R 7 dumis fie 0.12, 0.24, 0.30,
0.35, 0.42, 0.70 waz 0.81 1 eiUF suLfisung uatlaues s lua vaus agsiud/aedu wuiiaivan
vindertusriivdovalussdudnundioutu wivsinumailussduandstusislududunsosly
uazauaen Iaeiiviinamanlusedlusmandwduniesludiviinamaluesdganitdunen

[

ArdAgy: wanlaues, lendnwailasunvns i, aman

unin

amanduivduan Turad ZINGIBERACEAE finduvienquiawizsa d8oInenmanidn Etlingera
elatior nuvagaewug luuszmalng lagiamglunalineuds Uand syan us15a) deudiun
Usgnavoms uarldidueniiudu iesnlusmaniinduvenguiawizdianmseldludugaustida
fansdfynaunanliuesdiidquimandvineriuoyyadass Jegninunimunandundndasidiniy
PRAMNTIUNENELT 1131078 Wnnduaulng 911113 wazaU

31NN5ANYI09 Williams & Harborne (1977) wudn lupenvian (E.elatior) inaliueea 4 il
A ® kaempferol 3-glucuronide, quercetin 3-glucuronide, quercetin 3-glucuronide, quercetin 3-thamnoside
TuraugAe@s (2551) wud aenemaniiansUsznoufiuedn lunguansusznounaliusesdiiinags lng
asmaduazduio (2559) wuin ndunenavanilaisiiueyyadase 4 vila A caffeoyquinic acid,
chlorogenic, quectin, iso-quecetin LY UAEINUNOAYT (2556) TARN©YINIIATUAITLAT VOIAINATNY
ansdnlundufiuedn uae Wanlaueed veluduvedy aen wauvi Fedullgvidueyyadassilanuu
Tnefiddumnuussdisd asadaindilu > asafnandiunen > asataaindumin uenanidmy
MsFuTouUATSe (Mminduveussmeuarly) erssuauluiiviesu (@ndesen) grsdudueles
tyrosinase (3nlu) wazgns Sudusaduzisa @nmin) wenaini Lachumy et al. (2010) lénnaseu
g Auauiinimgnuedl waganuduiiviesssaiaiumiusavesnenaivan Etlingera elatior
(torch ginger) Wu3n mmvﬂ’m%’um"’wqm?fmmiaé’ugamim%‘tgﬁuaumﬂﬁL’%‘ﬂiuwaammaaa (MIC value)
WU 1.563 - 50.0 mg/mL uagnunguansnangnwail Ae wailiueed wesiiuesd eluily unuiy
waglififiusauywd

msfmdenanefusuarMsdaaunsUgnavarlvldnguansddyaenadesiunusdesnises
aAgaavnssy waznguidivung Jududsddy auedidefeliununmideieuivugazdaden
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aeiudamaliidnvuzuiifesnisvesmanuazimuinaluladnisugnaiman eghlsfnm damy
ﬂf;gmé’ﬂuﬁﬂ’ayjaﬁyugmﬁuaqaﬁa"m"’@iumwawﬁllﬂLﬁmwaLLa3131'3?m”’;u'ﬁqumweuamfmm
Jafiaudndudesdinuitenquansdrdgluiugavausazaeiug Wudeyaeuifisulsunauas
vinasdrdglundazareius i eidudoyaadvayunisdmaenarewus luldusslovlls
asannumdenskasiiumadenlnidmsvanamnssunisndned nydens wmduaulng e1ms
waza thlugnmsiugadiliuninmarfivviesiiuvesnaldneuans ieasenelduazensefugann
FAnvesuszrrmuluiuiliianueyfiunasd i lnenuided Tinguszasd Wiofnwiansddy
nqunalaueeda1nAIman 10 Wug/aedu demaiafiveadaussouzge (HPTLO) ot uteya
nsUTulsazAndenaneiuinmatsiely

L4 ad
aUNIULAZIGNTT

[
aunsn

1w laun nyieui, nsiensesyviues, Tnines, nseuenaag, vandunax (Judy

2. @15eadl tawn ethyl acetate, ethanol, chloroform, hexane, toluene, diethyl ether, formic
acid, acetic acid, aluminium chloride, antimony (ll) chloride, p -toluenesulfonic acid,
2,2-diphenyl-1-picrylhydrazyl (DPPH) wag p-anisaldehyde sulfuric acid Hudu

3. A3l ednenmans lawn 1a3 et watdeud dunia, 1a3 esdansilele, Jugayuinie,
\nSenausEmewUUvuNelaanaIna (Rotary evaporator), 1A Beweadaussaues (High-Performance
Thin-Layer Chromatography : HPTLC) sy

B3

1. w3eudiogns fundeulu uaznonaivan fogndsan 24 1eu nqudidefivaiuszan
Srvhauarenn wardusegaiieniilvanden Tngldaman 3 da dall (1) auaiall (Etlingera
elatior (Jack) RM.Sm.) g Wugn3a 1-5 angdusuniiuums wazaenuunidula (2) mwamay (Etlingera
fulgens RidL) CKLim) Ao @neduainansi uas aeduamadl (3) Anand wna (Etlingera maingayi
(Baker) RM.Sm.) D aneifiumviantiuay 524 10 Wug/anenu (FudiTeiivanueal, NTIMTNYAS)

2. affnensatoveruandunienlu uazaen TasASnsduaziiioudierdu ultrasonic selevuea
Fasrdau 1:10 1Juan 40 unit udansesdaenszniunses antutharsazareiildluanusuimsdae
Lﬂ%laQﬁﬂﬂ%ﬂ’]ﬁ]iﬁ’]ﬁLLUU?jmm’lﬂ’]ﬁ (rotary evaporator)

3. AnwnenanwallasuilnnsNvesansng unatliused luaisanaverunaingnaila
High-Performance Thin-Layer Chromatography (HPTLC)

3.1 @nwianme (conditions) vewAies HPTLC Tumisveaeunguansdrdnluasadaneny
pvian elifuisamnTeiauassumia Ry vesensngutanliuees el
1) Anwnienmiy (spray reagent) 5 %ila oA aluminium chloride, antimony (lll) chloride,
pP-toluenesulfonic acid, 2,2-diphenyl-1-picrylhydrazyl (DPPH) Wag p-anisaldehyde sulfuric acid
2) ﬁﬂmazwifgmﬂmﬁauﬁ (mobile phase)

Tunoud 1 Judodu ﬁﬂwﬁgmmﬂ?{auﬁﬁ’lmu 4 53U laun ethyl acetate : formic acid : water
(12:0.3:0.3, v/v/v), chloroform : diethyl ether : hexane : acetic acid (9:6:1.5, v/v/v), toluene : diethyl
ether : acetic acid (6:9:1.5, v/A/v) kag toluene : ethyl acetate : formic acid (7.5:6:1.5, v/v/v)
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Fupauil 2 TudAszn AnwTgniandauiid1uiu 5 s2uu laun ethyl acetate : formic acid : water

(18:1.5:1.5, v/v/v), (18:1:1, v/v/v), (18:0.6:1.4, v/v/v), (18:1.4:0.6, v/v/v), wag (12:0.3:0.3, v/v/v)

3.2 Anwinguansngualueenluansaiavenuansuniedly uagnannman Aaewasad HPTLC
muanMEleande 3.1
3.3 Wisuifgulenanuallasunlnnsivesmvaiusaganenug

4. AATVtoya ajuuarIIEauNa

szezAn Sudu naiAL 2563 Augn fugnou 2564
anuiivinimaaes

1. NUITEIngINyn 19N ¥RTIINET5TTNIR NoldTeinuladenisndnnianisinens

2. udifeiivaiugyan

HaN1MAARILAZIANTA]

1. nMsafeasafiangvIInduniesly wazaananal

ansaftemenudusuniesluamaniiongndsgn 24 ey 10 sus/medi THun Wugnds 1 fiusnss 2
USRS 3 WugnTa 4 Mugnsa 5 anedugamUiuums aesuuaduln aesunmalnm aesuavaili way
aefuavatuin deeniuea wuhasatavetuamandunieuly wugads 1- 5 aefummtiuums
aefuunsduln aedunmand aedunmaili dnuuemsnenmdumsdinady funila way
aefunmand i danaduivimad dunile Uunasadaveiu ogsening 1.83 - 3.98% WW
Tnsanesiunvansn SUSunaansatavenuinniian 3.98% WAV aedusmantun fsinuasadaney
tiouilan 1.83% W/W ¢ Table 1

ansafnenuduaenaan nuln Wugass 1 fnsvazmnanienm uasdiniamdes wila

3
§ o

fusns 2 waens 3 HuansBunady wila fugnds 4 wagads 5 Wuansdthmaunady uiln aeduay
Sruunsiduansitinna niln areduunddula aefuamand aesuamanl uazaeduninanduin
Huansdrmauns wile wasUSinmasataneivegsening 1.17 - 2.73% WAV anefumumtiuums
TUSnaansatevenuinnian 2.73% W/W dauaesunvaliuTnuasatomeiutiesiian 1.179% WAV
§14 Table 1

2. AnwnenanvallasuninnsWvasansngunaliusedlua1sanaeIuaIaflemaia
High-Performance Thin-Layer Chromatography (HPTLC)
2.1 Anwianme (conditions) veuiA3es lunmeaeunguansnaulalauessluasatevetumvan
NANISANYIANTIET INzaLULWY TLC 9l HPTLC plate silica gel 60 Fass 9110 20x10 #31.
lumsviendnwallasuilnnsansngunanliuesn asanaveuenueasuniauly uaznonaman
2.1.1 Anwwiaienmi (spray reagent)
vnsadse ueny (spray reagent) 5 ¥ a e wn aluminium chloride, antimony () chloride,
P -toluenesulfonic acid, DPPH Wa ¢ p-anisaldehyde/sulfuric acid reagent Tag aluminium chloride,
antimony (Il chloride @ p-toluenesulfonic acid 1 uu B MA@ UaIINa, Ua 1l uD Y
p-anisaldehyde/sulfuric acid 13 utemageua1INa MMes R uesd uag DPPH 1 uti 1w unpaey
IR TUBULADETE
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mavaaeuthen DPPH Gdlddmiunsaaansiusyyadasy nansvnaey positive e lignéoud
Judiae ensiageuniglduas white lisht fawansly Figurel track 1 Tuwausdi aluminium chloride,
antimony (Il) chloride uag p-toluenesutfonic acid il uinewulddmsuasavansngu warliuess
NaN1INAEDU positive Ao lifddowmas Wonsisdeuniglduas UV 366 nm a1nnan1svnaes Figure 1
WU alurniniurn chloride (track 2) wuuaUAEeaS esuasiisnumiaiestu DPPH vauedi p-toluenesulfonic
acid (track 4) WuwaUEW L3 eeuaIrangsIwile wa antimony (Il) chloride (track 3) lwuwauls o guas
Fslalsinaann track 7 Aeuniuten uenani p-anisaldehyde/sulfuric acid reagent lddusunsIvansngu
wesTiuess IngUnfinamsnaaou positive Ao Tdshe, vy Wonsraaouneliuas white light wawuin
Linuuaudiedenaniluaisadaneiunival wanednlinuansngunes iusenluaisaianeiunivan

LAZANKANITNAADUAIBUNIINY 5 BiA WU31 aluminium chloride Tiina positive Tusunisipeafiu
DPPH &saeBuduinansnqunailivesdiuiignsiueuyadasy deiudaden aluminium chloride 1Ju
wgmiuivingaulunmsigatansnay watlauesd uwag DPPH Wulewudmsunsinansiueuyadass

Table 1 Physical characteristics and content of Torch ginger extracts

Torch ginger Stem with leaves Flowers
(varieties) Physical characteristics % (W/W)  Physical characteristics % (W/W)
Trang 1 dark brown liquid with 2.84 lisht brown liquid with 2.07
high viscosity high viscosity
Trang 2 dark brown liquid with 2.68 deep red liquid with 1.46
high viscosity high viscosity
Trang 3 dark brown liquid with 3.02 deep red liquid with 1.96
high viscosity high viscosity
Trang 4 dark brown liquid with 2.54 red-brown liquid with 2.43
high viscosity high viscosity
Trang 5 dark brown liquid with 3.10 red-brown liquid with 2.02
high viscosity high viscosity
Chompoo Ban Rae  dark brown liquid with 2.01 brown liquid with high 2.73
high viscosity viscosity
Daeng Indo dark brown liquid with 2.82 red-brown liquid with 1.86
high viscosity high viscosity
Torch Ginger Dum  dark brown liquid with 3.98 red-brown liquid with 1.43
high viscosity high viscosity
Torch Ginger Fai  dark brown liquid with 2.24 red-brown liquid with 1.17
high viscosity high viscosity
Etlingera maingayi  brown-black liquid with 1.83 red-brown liquid with 1.71

high viscosity

high viscosity
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Figure 1 Comparison of spray reagent for derivatization flavonoids of torch ginger extracts.

& 4, 8 & o o< o 4 Ao &
VUADUN 1 VULUDIBY ANWYIIHNNIALATDUNITUIU 4 3UU AU

1) DPPH under white light 2) aluminium chloride under UV 366 nm 3) antimony (Ill) chloride
under UV 366 nm 4) p-toluenesulfonic acid under UV 366 nm 5) p-anisaldehyde/sulfuric
acid reagent under white light 6) - 8) underivatized flavonoids under UV 254 nm, UV 366
nm and white light

2.1.2 szuuignawdeudl (mobile phase)

[

YU fnaawadeud (mobile phase) suvianaliuees (Re)
1 ethyl acetate : formic acid : water (12:0.3:0.3, v/v/v) 0.00, 0.12, 0.14, 0.27
2 chloroform : diethyl ether : : acetic acid (9:6:1.5, v/v/v) 0.00 - 0.05
3 toluene : diethyl ether : acetic acid  (6:9:1.5, V/V/V) 0.00 - 0.09, 0.12
4 toluene : ethyl acetate : formic acid (7.5:6:1.5, v/v/v) 0.00 - 0.08

INATANYIT A UNUT1 THN1ALAG 8UTNTEUUT 1 ethyl acetate : formic acid : water

(120.3:0.3, vA/A) annsauenansngulanlauesdldd faunnisanszuudl 2-4 iianssaunguiulng
funa R 0.00 Fudonigniadouiiszuuil 1 inideseludunoud 2 Tns Yuidsusnsduignme
ieufinnszuudl 1 T

fupouil 2 Szt Anwignieedeudisiuan 5 svuu Tdun

YUU Spaneadoudl (mobile phase) suvaaliuees (R
1 ethyl acetate : formic acid : water (18:1.5:1.5, V/V/V) 0.30, 0.35, 0.50

2 ethyl acetate : formic acid : water (18:1:1, v/v/V) 0.25, 0.30, 0.45

3 ethyl acetate : formic acid : water (18:0.6:1.4, v/v/V) 0.15, 0.19, 0.32

4 ethyl acetate : formic acid : water (18:1.4:0.6, v/v/v) 0.26, 0.32, 0.50

5 ethyl acetate : formic acid : water (12:0.3:0.3, v/v/v) 0.11, 0.15, 0.28
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Figure 2 Comparison of mobile phase
ratios on the separation of torch ginger
extracts. Mobile phase: EtOAc : FA :
water 1) 18:1.5:1.5, v/v/v; 2) 18:1:1, v/V/v;
3) 18:0.6:1.4, v/v/v; 4) 18:1.4:0.6, v/v/v; 5)
12:0.3:0.3, v/v/v). Derivatized: aluminium
chloride, UV 366 nm

IINNISANYITAUNYT TAA
A8 oufiszuu 1 ethyl acetate : formic
acid : water (18:1.5:1.5, v/v/v) @11190
wonansna unaliueudldd i an
Tnglaignsuniuainiad u (Figure 2)
FadenTnmandeuiiszuuildiinses
a1sngualiusedluansaiaveIunIval

MauansAnuldangimngatlunsnviendnuallasuilnnflvesarsnguailiuees
Tuansarfavenuievuoamvian fail

5ngﬂmﬁ71l : WY TLC vl HPTLC plate silica gel 60 F254 size 20x10 cm

}J’Qmmﬂ?{auﬁ : ethyl acetate : formic acid : water (18:1.5:1.5, v/v/v)

%mw'u (Spray reagent) : aluminium chloride ez DPPH

2.2 Amnguansnaumianliusesluasatavenuandundoslu uaznonaman feieies HPTLC

2.2.1 Ainwinguansnguvialivesdluansatiaveuanduniasluavan

ansataneuievuoadundoulunmaluiiednmman 10 fud/anedu wuaslahuessimun
7 wila Wualuesdiiszyrialildidesnn bifasnesgusiouiiou §3de3imueliduin A B,
C,D,E, F uag G lawildunud Re 619 Table 2 kazasusazvilalailaniun1sgand ukadanizay
Tnsauansuvasnaliuen A - G Lansia Figure 3

970 Table 2 W3sUWEU HPTLC fingerprint ﬁgﬂ derivatized a2¢ 1) aluminium chloride n1gld
UV 366 nm wa 2) DPPH nnefldl white lisht wansliiuin dle spray #e DPPH uwéh wanlaweed AG {u
wouiilsiAsudduding wansiuaudenan Wumsiislgrsiueyyadass

2.2.2 Fnwinguansnaunaliuesaluansaiare1uanaanaimvan

ansatanetuievusanonamailuieg AT 10 Wus/medu wumsalussdvioan 7 v
LﬂquI’;uasJﬁﬁ5zq%ﬁ®1ﬁlﬁlﬁaqmﬂ Liflansunmsgunl3euiieu §3vedeimualiiusiia A H, D, F, J,
K wag E logdsumis Re a4 Table 3 wazansusazvilalaansunisganauuatanizsi lngaansy
vosaluesALAazTia Lansde Figure 3
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Table 2 Rrvalue of flavonoids and HPTLC fingerprint of torch ginger extracts (stem with leaves)
derivatized by 1) aluminium chloride and 2) DPPH

Flavonoids Re HPTLC fingerprint
flavonoid A 0.12

flavonoid B 0.22

flavonoid C 0.27
flavonoid D 0.30 G G
flavonoid E 0.35 (E: : (E:
flavonoid F 0.42 A A
flavonoid G 0.50

2

Table 3 Rrvalue of flavonoids and HPTLC fingerprint of torch ginger extracts (flowers) derivatized

by aluminium chloride

Flavonoids Re HPTLC fingerprint
flavonoid A 0.12

flavonoid H 0.24

flavonoid D 0.30 K
flavonoid E 0.35 2
flavonoid F 0.42 F4

flavonoid J 0.70 E

flavonoid K 0.81

2.3 wWisuiguendnuallasunlnnsiivesansnaunanliuesnlunmvaludaziug/aunu

v v
Aunsauluninan

Nndegsmmandudunienly evgndsgn 24 Wou Ae swan 3 vila léuA (1) Avaniialy
Ao Mugn3a 1-5 aeaurunduums uazanesuuadula (2) aMvameu fe agfuAvaIAILaY @18y
psalal (3) amanduua Ao aedusmanduin sau 10 Wus/anedu devhandinneirlatlauoss
Tuansadaneuieniuea lasanedivangandoias e HPTLC agldlondnuallasunlangfl (HPTLC
fingerprint) vasusiazaeWug A9 Figure 4 wazlasunlnunsy (HPTLC chromatogram) 614 Figure 5 wua7
avanialuiia 7 Wug/aneau (T1 - T7) wu waliwesn A D, F uae G wilauriu fnarud walauess B, C
way E 7 wulu (T2 - T5, T7), (T1, T3 - T5) wag (T1 - T5, T7) Mua1sfu diunivianveu 2 @esu (T8 - T9)
wuvlalauess 4 wila Ae Walwweed A, C, E uay G e Table 4 usinmaidn (T8) HUsmnamailiuags
swnndramarlal (19) Tasfia15m191n peak area U99n159 ANGULAY 74 Figure 6 WazAMATY LI
flanlouess 2 vila Ao valawesd A uay G lutiinasouiisiosilafisuiunnaeiug
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Figure 3 UV spectrum of main flavonoids (A, B, C, D, E, F, G, H, J, K) in torch ginger extracts both stem

with leave and flower parts

ABNATNAT

MNFIBE e maNdILAeN BvdaUgn 24 ey fio awan 3 vl leuA (1) amanialy Ae g
1-5 angduruy Uruuvs uazaneduuaidula (2) amavieu Ae aigdunvalmiay agdunvaily
(3) AwianBusn A aneduavantuin s 10 ug/medu WerhunTnsesivaluesdlumsatavey
wmuea lngannegfivzaudieniess HPTLC agldlondnuallasulans i (HPTLC fingerprint) vasusias
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anewug wulanliueen 8 wila 9 Figure 7 waglasunlvunsy (HPTLC chromatogram) A4 Figure 8 wudn
amiaialy wuvlanTueeusananeiu Taevalauesd A, H, F uag K wulunnnssids (T1- T7) vianluees
D wulu T1, T2 wag T4 wintiu wanlauess J wilu T1 - T3, T5 wag T7 uwagvlanliused £ wulunnnsssus
gnIu T1 duniwatviod 2 @wnu (T8 - T9) nunatliuess 5 vtia laun Wailiuess A H, ), Kuag E
wiloufiu uazavandan 1 wailiuees 5 vl Iéud vanlauses A, F, J, K uag E &1 Table 5 wae Figure 9

Table 4 Flavonoids of stem with leaves extracts from torch ginger 10 varieties

Torch ginger Flavonoids
(varieties) A B C D E F G
Trang 1 + - + + + + +
Trang 2 + + - + + + +
Trang 3 + + + + + + +
Trang 4 + + + + + + +
Trang 5 + + + + + + +
Chompoo Ban Rae + - - + - + +
Daeng Indo + + - + + + +
Torch Ginger Dum + - + - - -
Torch Ginger Fai + - - - + - +
Etlingera maingayi + - - - - - +

Remark + found flavonoids
- not found flavonoids
Table 5 Flavonoids of flowers extracts from torch ginger 10 varieties

Torch ginger Flavonoids
(varieties) A H D F J K E
Trang 1 + + + + + + -
Trang 2 + + + + + + +
Trang 3 + + - + + + +
Trang 4 + + + + - + +
Trang 5 + + - + + + +
Chompoo Ban Rae + + - + - + +
Daeng Indo + + - + + + +
Torch Ginger Dum + + - - + + +
Torch Ginger Fai + + + + +
Etlingera maingayi + + + + +

Remark + found flavonoids

- not found flavonoids
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Figure 4 HPTLC fingerprint of flavonoids in stem with leaves extracts from torch ginger 10 varieties.
A - C) underivatized, D - F) derivatized with aluminium chloride under UV 254 nm (track 1-10),
UV 366 nm (track 11-20) and white light (track 21-30), respectively
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Figure 5 HPTLC chromatogram of flavonoid A, B, C, D, E, F and G in stem with leaves extracts

from torch ginger
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Flavonoids

50000
A5000
40000
35000
E 25000
3
o 20000
15000 I I
10000
5000 I I I
- n E B
T1 T2 T3 T6 T7 T8 T9 Ti0
WG 2877.1 3865.1 31246 37219 1760.2 2289.9 14922 2370.8 1760.2
mF 10969 11709. 11782 11474 8606 13768. 67333
BWE 37292 19956 1860.7 1935.3 2202.1 1467.2 9739 1702.8
D 7092.5 A518.5 3452.8 4327.4 5963.3 5868.1 37704
mC 8316.3 3750.9 2501.5 2660.2 16902
HB 7400.5 6532.8 8385.41 8192.2 5914.9
WA 34324 38721 38421 4446.6 4919.8 3579.7 3390.2 5299.2 2203.2 33544

mA mB mC aD mE mF mG

Figure 6 Flavonoid content of stem with leaves extracts from torch ginger 10 varieties that

shown in peak area

Figure 7 HPTLC fingerprint of flavonoids in flowers extracts from torch ginger 10 varieties.
A - C) underivatized, D - F) derivatized by aluminium chloride under UV 254 nm (track 1-10),
UV 366 nm (track 11-20) and white light (track 21-30), respectively
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Figure 8 HPTLC chromatogram of flavonoid A, D, E, F, H, J and K in flower extracts from torch ginger

Flavonoids
50000
45000
40000
35000
8 30000
_E 25000
g
o 20000
15000
10000
5000
0 T
mE 8271.5|1407.2 925.5 1687.6| 799.8 1362.9 1449.6 1026.8 1132.2
mK 17065 13018 11820 13002 13662 19200 13908 12609 14198 17183
ml] 4107.8 6712.4 4895 43835 4164.1 5668.8 7388.5 37448
mF B8030.9 5488.3 2062.6 2997.1 2059.6 926.7 1966.6 2061.4
D 3704.6 7605.5 4035.2

BH 7991.1 6135.1 6310.6 2850.7 4673.3 4384 34455 1976 1945.9
WA 1536.2 1980.9 1763.2 1222.8 1843.3 992.8 2086.4 2737 1860.6 3173.3

mA mH mD mF m) mK mE

Figure 9 Flavonoid content of flower extracts from torch ginger 10 varieties that shown in peak area
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N1933UANWYINAEDUITNTIVIAIILHK Difenoconazole
lugnswau TC WG uag EC lnawaila GC
Participation in Collaborative Study of the Difenoconazole
Analytical Method in TC, WG and EC Formulation by GC Technique
aur) walgs  UszwisUed wevdgly  AAn Seides  Admiud asieideu
Jvvnsal unszavA ol g FIINTIAL NOINEen

Anucha Phonswai  Prachatipat Pongpinyo — Sasima Mungnimitr — Pinitnun Sruay-iam

Witchaporn Kraewong  Natta Srisupap  Jirapan Thongyord
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NauILTNUNYNITNYAS NaIENMLITLNTHEANINTNYAT

ABSTRACT

Participation in the collaborative study of the Difenoconazole test method in 5 samples
of pesticide formulation (TC, WG and EC) was examined by the Laboratory of the Pesticide Quality
System Development Subgroup, Agricultural Toxic Substances Research Group, Agricultural
Production Science Research and Development Division. There were 22 international laboratories
in this collaborative study for collation. The results of all laboratories were collection and
comparison. Furthermore, the statistical evaluation of the test results was calculated for
assessment of the acceptance of the Difenoconazole test method. The standard method of
difenoconazole was in the CIPAC handbook. The method used the gas chromatography (GC)
technique and flame ionization detector (FID). The capillary column used a DB-5 series with 0.25
pum film thickness, 0.32 mm internal diameter and 30 m length. The injection port had a
temperature of 250 degrees Celsius and injection volume of 1 pl, the temperature programming
started at 150 degrees Celsius (150 — 280 degrees Celsius, 10 °C/ min), carrier gas flow rate was
1.5 ml/min and detector temperature was 300 degrees Celsius. All sample testing results from
our laboratory found that they passed the acceptance criteria. The statistical evaluation of the
test results showed that it was not an outlier in all the test samples, and thus the results
demonstrate the capability and potential of the laboratory therefore the laboratory was a reliable
and internationally acceptable.

Keyword: difenoconazole, collaborative study, CIPAC handbook, GC technique
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UNANED
NsNINANYIMAARUITIATIENATS difenoconazole Tugnsnauvendniusiasdasiuiin
figvlia TC WG wag EC 99u7u 5 629819 1agrasujufin1snguauimunssuunsiaaauannIn
N

AR
] WNITLNWAT ﬂEjiJ’J"UEJ’W]QQJW‘Hﬂ’]iLﬂHG]i NOITENAUITITENITNEANIINITAYAS 19157UANYY

0
NAARUAUTDIUHUANIINIVILA 22 U3 WaTeuliounadins1erseninamesljURnig wasdssanana
n3adfvesnanIsvageuiloUsziliun1sausuidnageu Difenoconazole 1Wuisunsgiulu CIPAC
handbook Iaglgdinaila gas chromatography (GC) sians23-TAviA flam lonization Detector (FID)

3
g

l¥maduniviia Capillary 3u DB-5 A311817 30 nT durugudnanigly 0.32 fafwns uagAnumn
voaflau 0.25 lulasiuns @1udaa1suuy split injection gaungdl 250 sarwalded USuwu
a a a v 6 = v (24 a aa ! I
dpans 1 lulasdns eumgieeduil 150-280 asrwaldua dnsinisivavesuiant 1.5 daddnsdound
AnT19ingun i 300 BIMYATYE IMNNANTITNARDUATDY 1Y IMUAYDITBIUURNITNG NN AIW
FEUUATIFABUANNININ TN YN1TNYATNUIWIUNUIINTENTY tnenanisUssiliunaiAvewa
n1snaasunuIlididu outlier lunnsienisneaeu wandliiudsariuaiuisanasdneninyes
WesluRnisdsdelaindanuinveuasuansulalusedvaina

o o w

Ad1AgY: difenoconazole, collaborative study, CIPAC handbook, GC technique

unin

1154015 UNAABUAMNTIUIYTENI 19 03U UANITUUUNITIUT UL B URANARBUTENT
o fuAns fanenailinguszasdvesnisdalusunsuiiunnanafudmiunslinavesnmsmaaouni
Fngy fuingdunsenamainunsinguszasdvesmsdidunuiiedinanismaaeuiliaueiuis
NAAEUNIATEIUYEIEN LT CIPAC handbook 1a8n150539d8 U3 MAdE UATALLINIINTEUILUNNTTBS
MsuAnIMmegeuLiiensadeUdnNvINzUeIENAFDU (AOAC, 2005) lUsLNTAINAGEUA
YUY UIENBUAIY 3 LUU A intra-laboratory, inter-laboratory Wag collaborative studyImJ
intra-laboratory L ugUnuun1sageuAETIuIgLUU 9l Tad unelunirsaruneaeuiiueg
inter-laboratory L“LJuT,iJiLmswmaaummﬁmmmmmsuuimagjmsamLﬂwaaﬂgummsmma@@ﬂlﬂ IGE
collaborative study iiulusunsufidntuiienguszasdiamzadidlaegrmiluanduieodumanaasy
A uInesiesU fofinsseninasama S daiiiiagussasddaiou dududidrinmaaey

wduesUfiRnsitanuamsaameiureinsidnmnsmaaey
CIPAC 1T ud a¢/0v0a Collaborative International Pesticides Analytical Council ﬂ'amguﬁla
9 a.a. 1957 iluesdnsseninalsemaiiliuamnadilsuarldldmienuvesniny Sasetusiie
vidonnasseninusemeiisafuiSmmeasy JalusunsunivmadeuszninaiesufuRins twouns
Bnsienginldinsgiu uasiesmdefuesdnsdug mevinuisfunmsduasuliiianissensu
FrufusEnIasEmaA vaduisnnsiinsesianstdesduiidndng i (analysis of pesticides test
method) wagdsnsnaaeumaniintgnindmiuansuauvesasdaaiumdadngiiy (physico-chemical
test method) wazduasuliiinisdalusunsunismeaeuvesieslfufinislusesauaina (interlaboratory
program) 47 8n15UsEL U3 S naaeu ﬁmaaquﬂLauaimEJﬂi’tﬁ'mﬁﬂ'mLLazlé’%’UmwmaaUI%
wosUFURnmsnnnaneuis WensusuifiunansaaeustunsiauerenIsUszysves CIPAC wazld
nspenfuIsnnaeutuud1azlasunisinusily CIPAC handbook uagsifiunisweunslag CIPAC
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FEmsmnasuiildagldifonanaaeut unsifouarstostuidadngiia nsfamugunimvdsnis
Junzifou uarnsmsaifiotiduardseanarstiostufiindngfia uanainiduioshnsmumnuis
naaaulae CIPAC ag1aduszuvlugunvununsumsineunsdeyadild Tneviinisnsiaasuain
ﬁmﬂﬁﬁ’amimwwLﬁ'mﬁ’u?ﬁL%a‘duﬁﬁ’lﬁ’fgﬁmsﬁmﬁumﬁmeﬁmiﬁgu (CIPAC, 2018)

n13%1 CIPAC collaborative trial LA g1 un1s@nud uansiidndngfivisasmainoauas
wan St fnsddunisineutsesnidu 3 daw @il 1 whiivestuszanuaulunisyih collaborative
trial yhnnsRasaUszauinelansnnses CIPAC iaduasusaiiivluniaidanisv collaborative trial
wazdnrisaenansteyarneg Fveaeusndgunsaididudmsunismeaey slnuavUssinnuesgns
faglddiiiunsvegey nsounatvesnIdiiung muﬁgﬁaaﬂa%qmiﬁmﬁaqﬂﬂa dauil 2 niives
CIPAC azshmansanaeuteyarauedifUssanunuwazmununsnasedlddiiunrinddoyedsniu
fanuansuduniolidnass uasdudunnneunitoyaroasisuy (assuiuleduos OPAC wae
nszedeyartuTIBTesBina) uazdrugainede wihivesdiinsinyih collaborative trial Aoanmnsn
ynsieszdauteimundiliunld Wy mnunieuvesgunsal 1n3esile salufsseazidenves
Aeduyily uagvinnismaaeulurisnatiimmunls {id15uv1 collaborative trial fosUfuan
Muazdavesitnaaeuiisyyliidesnndminefonsnsaaeuitnaaoy madidunislaiuansng
oonluaniinsiiszyliasdosituanuenansuasfinanausenau (CIPAC, 2018)

difenoconazole ﬁ%'amm IUPAC name @® cis, trans-3-chloro-4-[4-methyl-2-(1H-1,2,4-triazol-
1-ylmethyl)-1,3-dioxolan-2-ylJphenyl 4-chlorophenyl ether wazdidaniu chemical abstracts name
Ao 1-[2-[2-chloro-4-(4-chlorophenoxy)phenyl]-4-methyl-1,3-dioxolan-2-ylmethyl]-1H-1,2,4-triazole
Faduansngu triazole (Kidd and James, 1993) 1fuans#dl isomer iurinansiifinsdnivaoznonly
anwazaNiAf19iU (sterecisomer) Lunuulasadd (chirality) fins9aL3e90EnauAINY SOUAITUDUY
snenuluwuy diastereomer %wﬁzﬂauﬁ’w Cis-ba% trans-isomer (Syngenta Crop Protection, 2022)

Figure 1 The difenoconazole compound structure (Kidd and James, 1993)

RAC RAC
@ Cl N o .

= _
o =

Cl ~N cl N\N

(0] o]
O\)\ O\)"’

cis-isomer difenoconazole trans-isomer difenoconazole

Figure 2 The difenoconazole compound consists of cis-and trans-isomer

(Syngenta Crop Protection, 2022)
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[ |

19n31eIUv04 cis-wa trans-isomer aglude 0.7 fs 1.5 dunalutanawiniu 406.3 NS uazgasluana
AD CioH17CLN;O; dnwarnanIeamvesas dundndun ganasunal 82.0-83.0 ssrmwaded e
Kow, log P=4.4 (i 25 °C) vldazareladlufivinazaredunse ANLANIAvRInTazats T
15 Jadnsusiedns azanglu ethanol la 330 nSusadns Tu acetone l¢ 610 nsusiodns Tu toluene
490 nYusedng azawldlu n-hexane 3.4 nfusodns uazlu n-octanol I¢ 95 nSusedns 7 25 °C
Jaluansdeaiuidnlsaiiy anu FRAC dneglungu 3 dnvuzansnauusenausie DS, EC, FS, SC uay
WG uenanifafiansarududugnsudia technical material (TO) uax technical concentrate (TK)

N3 collaborative trial 989353LA5139% difenoconazole tuAgnsamszsiusunuansingld
internal standard lunsmaaeudawans1991nn1591 collaborative trial v8933nnaavanslugelnoy
WU @13 cyprodinil 1wl w.e 2551 vieeUfURAN5L590 19 Wi (Syngenta Crop Protection AG, 2008)
15 thiacloprid Tud w.@. 2550 WeosUJUAn15LU153u4 14 wns (Bayer crop Science AG, 2007)
@15 pyraclostrobin Tu¥ w.a. 2548 WesUfURn 5191990 17 wids (BASF, 2005) tdusu 1uns3nsizi
USinaianseangnslaenisld external standard Msiiasigsivsuna difenoconazole lugegnslngld
Internal standard fifefifeanannumudosuunsdifinanssuunisanasiiegsie awnsaviily
srUUAIsARaIINaasuvesnaila GC dauauysalvinliiei response factor ¥on152ARI8E 149
Weosiusmnudsauuduing (9RsD) srsfuliiiiu 1.0 warviliuanisnageuimnuaiosuiniy
nansnagauiinnudede asedeunanmsnagauldie siainsld interal standard lumsiasies
ahildumeulun1slinsisianseangns difenoconazole ity FvanansariiliiAnaruliluiueures
n1snaaeuldving Tiasizviviaanudiuiglunisneaaeunienisldgunsaldmsumisy internal
standard 1y n15denldtaviin auto pipette w3e manual pipette iseidudnuilsiadeiidmane
NANIINTNAGDU

gUNIalLazIzNTS

gunsal

1.1A5 89 gas chromatograph (GC) Agilent S 7890B 16105137 vd A flame ionization
detector (FID)

2. peaNuYtia capillary 1 DB-5 (30 m (length) x 0.32 mm (i.d.), 0.25 um (film thickness),
coated with crosslinked dimethylpolysiloxane (5% phenyl-methyl polysiloxane)

3. \p3esdaniden 4 funus (+0.1 Hadn3y) Minunsasuiiey

4. \p30s8ans1lein (ultrasonic bath)

5. UUn (pipette) vun 10 §addns Arnunisaeudiieu

6. 1ITAU3URS type A 1A 50 way 200 addns THunsaeuLisy

7. vial 1119 2 Hadans way e

8. syringe filter YUINFNIU 0.2 lulasiung

a5LAdl

1. @15U1m551U difenoconazole 98.8% W/W S¥U A1 trans-isomer 56.1% W/W L&y
cis-isomer 42.7% W/W

2. mimmgmm‘aiu (internal standard) 1,3,5-triphenylbenzene 97.0% W/W
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3. feg1awdn i difenoconazole gnsAududy 10% WG
4. fegemansina difenoconazole @nsAMILTNTY 94% min tech.
5. fReganansiue difenoconazole gnsAIITNTY 25% W/V EC

6. acetone reagent grade = 99.8 %
7. gUnsninTeeiiege wiinnsesasduvid gnguvua 0.20 lulasuns
/s
SURUULAZIBNTNAR0Y
1. Sumeunsiingan collaborative study
1.1 M3vh collaborative trial vafisnadeuasfidndngiiviia difenoconazole Wumsdnwoly
Uil 330 ve9 CPAC IifvihmsUsznduiuslassnsluideunnsiau we. 2565 uazEudndunslufiou
NUAIAUS 89 Wy w.a. 2565 @UplATINITIAY USEN Guaun asey Tsmadu 103 (Syngenta crop
protection AG) Ussineieiiniwasiaua uguluumsfinunituiuvesisiasen difenoconazole
1.2 anfiunsd wdeverd s wadunislufouunsiau w.e. 2565 uazlasunisneuiulv
WS IVnaeY
1.3 Yaoy 19 Tng duas1eaneasit U sEmalUgd i nAIuA U LA TAA NN YA
naAmnManues mussdousns Yssauiuuiosdumsmemaninslumsidiegadssme
1.4 @nsumsg Miege karansumsgiunngly dandisUaneioununiius we. 2565
1.5 ¥nmsnadeudet 1smuisnaaeui szyuazdraniaaasulus e §a collaborative study
Tufudl 14 Sue wa. 2565
1.6 M3Ussdiunansvadeusiiuuiissguanenssumsves CPAC vasAugelasansUsyan
8 duanii
2. F/MINAEDS
UfRmsnaseusaiseaziBeadi
2.1 Usudsanmemslinurenaies GC dwmsunsiiamesissil
Column: DB-5, 30 m (length) x 0.32 mm (i.d.), 0.25 um (film thickness), 5% phenyl-
methyl polysiloxane
2.1.1 S3UUNIANA5AIDEN

Injector : split injection

Injection volume -1 lulasans

Split ratio : 50:1
2.1.2 $1R53339 : flame ionization detector (FID)
2.1.3 grungil

Injection port : 250 DM LYaLTE

Detector : 300 93ALTALG L

Oven program temp  : 150 edfgaLgesd Asld 1w
DMWY 10 DIALYATYARDUN
280 a9ALwaLRed ALkl 30 W19
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2.1.4 9R5INSAavILAE

Column
Helium (carrier) . 1.5 Jadansnound
Detector
Air - 400 HaddnIraun
Hydrogen - 30 NadanInaui

0 Uaa
Nitrogen (make up) : 30 fiadan3eoUNY
2.1.5 Retention time
difenoconazole: trans-isomer Usgunad 16.89 U1l Wag cis-isomer USEU1ad
17.00 W% wag internal standard Uszanal 16.08 W1
2.2 MIMTINANTUINTFIY
2.2.1 w38y Stock @sazanevesansinnsgIungluain 1,3,5-triphenylbenzene Ayt

[y

25 fiadnsureladdns TAiivanenon1sMAdaUNINLA 1nedsans 1,3,5-triphenylbenzene 371u31 250

o

aansy (Wndnfwduay 0.1 1adnsu) aza1enly acetone YSUUSU9SIUrInInUSUIRSIUIA 200

) =

ARANS

D

2.2.2 3BENTaraIsLInsgIU difenoconazole Anmidudu 1 fiadnsusediadans lasds
a15U1A39 7 difenoconazole Tl minsening 45-55 fadnsu (hwinfluvueu 0.1 fadniw) adu
WIATAUTUINTUIEIN 50 Taddns wazliunaisazangarsuinsgiunieludsunns 10 daddnsasiuvan
SauUsanas USuUsumsliasudie acetone 9ntuhludiadessansladndunan 2 wii

2.2.3 N13RTIVADUAIIUNTONVOITLUU YINNITLATHUAITALAIENINTTIU 2 ATNUTUTY
(Cay, Co) WEINSERanTazans Cu Uums 1 lulasdns aunseiarinismauawues (response factor, f)
P09MTaRRARY 2 ATS LANANaFUTTBENIN 1.0% 2 ntiwvinnnsdnansavane Cs lmAnnIshavauss (f)
Flalaipsuansnaiu 1.0% 91nAvesEsazans Ca

2.3 NSIASYUETALAUFI9819

2.3.1 ¥nsie3ouaIsazaefieg ey 2 91 Ingdeaiinindedrdildusinaveans

9oNgY5 difenoconazole oejsewing 45-55 fiadndu adlurniaUiiasuuin 50 Gaddns

2.3.1.1 f1e819uAnsi i difenoconazole technical (TC) Fumiinuaiang19gns
94 % WW U3unas 45-55 faanu (Whuiniiudueu 0.1 fadn3u)

2.3.1.2 d38g19REnA U9 difenoconazole an5 emulsifiable concentrates (EC)
Foimiineswinegnagns 25 % WAV EC USinas 180 — 220 Sadndu (hntniluviueu 0.1 fadniw)

2.3.1.3 fireg1aNdnsd el difenoconazole gn5 water-dispersible granule (WG)
Fadniinueaiegnegns 10 % WG Usuas 450 — 550 fiadndu widniiwiueu 0.1 fadniw)

2.3.2 \iua1sazans internal standard fw3euls TaeTiunuSuns 10 Gadans uwdausu
Usumsliasusie acetone 9ndulashlfadnudiludiadsssans lodndunan 15 udt aaniu
MUINTOWIULHUNTBITNTUYEIN 0.45 Lulasiumsiaun1siasieyt aelaansazane Sy uay Se

2.4 M3951959 Tnevinisaasegnasuns 1 lulasans s1uau 2 addundeiete nnss
Wuuvunsey (bracket) §al Cy Cs Ca S1a S1p Ca S24 525 Ca ... ¥stedmusnognasiold ¥innsiaitui
TgRaiieadadlunsmusuna
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2.5 M3AUIN LAgAIUINAILRALVBS response factor VBIANTUINIFIUATIRAATBUFIDE 19T
wagldAnafsddmiuAnnausunnasesngys difenoconazole luiegefiarsuinsguaiinieuey

AIFUANT
[[ X s X P

Hg
B Cis-i38 trans-isomer 984 difenoconazole Winiu
YIUUVDY Cis-9A

fi

fx HV‘:’, nsumeanlansu (g/ke)

Iq
e f, = AN response factor YB4AITUINTFIU
ALafeYel f

H. = peak area U3 Cis-138 trans-isomer 984 difenoconazole
Iumiazmamsmmgm

Hy = peak area VB4 Cis-58 trans-isomer 984 difenoconazole
luasazanesiega

Iy = peak area ¥®4 internal standard Tuansagaigansuinggu

lq = peak area ¥81 internal standard Tuansazanuiagng

S = USU0MU04 cis-138 trans-isomer 484 difenoconazole

luansazaneansuinsgiulumheliadndy (me)
W - Ymthwesiiegaiidanluniefiadnsy (me)
P = mmu’%@j‘méﬁum cis-W3® trans-isomer U84 difenoconazole

UTunaasoangmnd difenoconazole l@anuasinvedUsuim cis-isomer difenoconazole way
USuad trans-isomer difenoconazole NMSATUINEATIEIUVDY Cis-0B trans-isomer 19a1n peak area

(Heis/Hirans) W09 isomer ¥4 2 wiln
2.6 deman1smaaauUIua difenoconazole 19

[

% collaborative study LWoUsziIUNaNI5LYN

IWNAFRY
e Y WU UNSIAY 2565 Fuan guieu 2565

#01UMIINIMARRY U URNTNANNURAILNTEUUNTIIAUAMAIWIRQIRYNTIN AT
nALdeIngiiiynsins neRddeianndadunisninninsnuns
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NANINARDILAZIANTA]
FI88L88AVRY A15UINTFIU AIBE1NENTUY difenoconazole ¥Hin TC WG ag EC 393U 5
Mo819 warasunsgIun1elu hddauddn collaborative study wanedia Table 1

Table 1 The samples detail for difenoconazole active ingredient analysis

product ID code name label volume packing
Reference CGA169374, ] 450 mg amber glass bottle
] difenoconazole 98.8 %W/W , )
material AMS 255/5 (1 bottle) with white seal cap
CGA169374, 5¢ amber glass bottle
A SCORE 10 WG 10 %W/W . ,
A8885C (2 bottles) with white seal cap
) 450 mg amber glass bottle
B, C CGA169374N difenoconazole tech 94 %W/W ) .
(2 bottles) with white seal cap
CGA169374, 3 ml amber glass bottle
D, E SCORE 25 EC 25 %W/V . ,
ATA402P (2 bottles) with white seal cap
Internal T82007, ) 600 mg amber glass bottle
1,3,5-triphenylbenzene 97 %W/W ) .
standard EXC5833 (1 bottles) with white seal cap

LNAITTUTBINANITNAABUVBIANTUINTFIU (reference material) szqﬁ%mmmiaaﬂqwé
difenoconazole 98.8% W/W US116484 cis-isomer iM1Au 42.7% W/W uagUIunues trans-isomer
WINAU 56.1 % W/W AMUIEASIE@IUAN Cis-AB trans-isomer WAy 0.761 Nan153LAIIZUAINIs LA
1ASUNLALNTUTDIATTUIN5FIU difenoconazole kanafd Figure 3 WATNAIINNITIATIENINTIAIUA Cis-
§l0 trans-isomer WinAU 0.766

200
1754

]
150

— 16.085 - Internal Standard

T T — T T
0 ] 10 15 20 25 30 35

Figure 3 chromatogram of difenoconazole standard
Tasulaunsureefiog1ananiueiviln A 9 E ¥09 difenoconazole Lansad Figure 4 Nan1s

ANUIMOATIEIUAT Cis-D trans-isomer WinAu 1.387, 1.395, 1.292, 1.247 way 1.459 suaiau tag
Wulumuivuaensnaiulugiag 0.7 fis 1.5 (Syngenta Crop Protection, 2022)
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Figure 4 chromatogram of difenoconazole sample from A to E sample

N13ATIVADUAIUNSBUVBITEUUATIVABUAN equilibration UaIN158AaI5UINIFIU C1 Fnfu
$1UU 5 ASe Lnaslmmuaves collaborative study izﬂﬁﬁmilﬁmwwﬂmﬁ’l response factor (f)
TailAU 1% WuI1A1 %RSD V84 trans-isomer Wag cis-isomer WU 0.222 Wag 0.461 AIUAIRU LAAIAS
Table 2 wadildsiunamifivun uazfiansanA1muuANATlULUY %RPD Y89a15a8aN0aTUINTF L
C1 wag C2 uanaanulalAunaeinInue 1% A1983n159LATIZY trans-isomer oA %RPD LAy
1.351 kag 0.670 LAYAIUDINITILATIZIN cis-isomer LAAT %RPD M1AU 1.826 Wag 1.152 A1ua1fu
uansis Table 3 filuABUfTRmuAlfeSouasimsglmivnads ludeiaaieuinamsunsgu
AlFsumiiisaiiiagandunisldnuds fuuawiidy ginistessidessesuauaii
nMsieeilasaiomeanzlunsinset 2 ads é’ﬁaaﬂaﬁlmu afait 1 (day 1) uazasdt 2 (day 2)
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Table 2 The system suitability test for difenoconazole active ingredient analysis (day 1)

equilibration of the system on day 1

difenoconazole reference substance trans-isomer cis-isomer
solution mass of reference
response factor (f) %RSD response factor (f) %RSD
type substance, s [mg]
C1 50.5 0.403620 0.222 0.407985 0.461
0.402725 0.405666
0.401874 0.404184
0.402820 0.404431
0.400997 0.402333
mean 0.402407 0.404920
SD 0.000896 0.001867

Table 3 Difference values of standard solutions difenoconazole in %RPD (day 1)

equilibration of the system on day 1

difenoconazole

trans-isomer cis-isomer
reference substance
_ mass of
solution response response
reference mean %RPD mean %RPD
type factor (f) factor (f)
substance, s [mg]
0.401532 0.413041
c1 50.5 0.402571 0.413613
0.403610 0.414185
1.351 1.826
0.409515 0.422855
Cc2 49.9 0.408046 0.421234
0.406576 0.419614
0.407147 0.410755
c2 49.9 0.407127 0.412649
0.407107 0.414544
0.670 1.152
0.403142 0.403058
c1 50.5 0.404287 0.407923
0.405432 0.412788

NaNSNAdBUUI NANTERNENS difenoconazole INNATINVBIUT UM cis-isomer kagUIunu
trans-isomer YBIHE A5 U g ATAIUTUT Y 10% WG (sample A), 94% min Tech. (sample B, O) wae
25% W/V EC (sample D, ) lumsiiaszit day 1 uaniwans Table 4
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Table 4 Test results of difenoconazole active ingredient analysis (day 1)

trans-isomer difenoconazole cis-isomer difenoconazole difenoconazole
mass of sample
sample [me] content mean content content mean content mean content
[o/kg] [o/kg] [e/kg] [e/kg] [o/kg]
44.40 60.20
Al@) 503.1
44.35 60.12
44.57 _— 60.39 104.96
44.48 60.26
Alb) 500.0
45.06 60.99
403.91 555.97
B(a) 49.4
404.05 556.55
406.91 e — 562.74 969.65
410.08 573.00
B(b) 50.2
409.58 565.45
423.74 542.78
C(a) 49.9
423.35 547.56
424.26 —_— 541.77 966.03
425.64 539.16
C(b) 51.7
424.30 537.58
111.69 138.65
D(a) 202.7
111.54 137.56
111.38 —_— 137.44 248.81
110.95 137.24
D(b) 201.5
111.32 136.29
102.89 150.29
E(a) 199.7
101.99 147.38
102.67 T E— 149.39 252.06
103.11 150.19
E(b) 202.3
102.69 149.70

m3ees difenoconazole ¥hnisnaaesdn day 2 InevnassiaeSideaiy 9nesfifing
ey gnnaesmuiieaiu iedesileyaiediu wivhnsmeasslunaisaiu ldnseauaamiounes
58UUlAEAII9@BUAN equilibration ¥84N152AAI5UIATFIY CL 71U 5 ass inausi iU
collaborative study ﬁzﬂﬁLﬁﬂmiLﬁmmuwaﬂﬁ’l response factor (f) 1aitAl 1% Wu11A1 %RSD U89
trans-isomer Wag cis-isomer WINAU 0.376 way 0.590 Auasy (Table 5) &awadilau uLn st fnun
LaENITUIAIAIULANFITILLUY %RPD 98981582 a 88150195514 CL wag C2 wans1aiuuInnan
ety (%RPD LAy 19%) Awesn1s3asen trans-isomer A1 %RPD Wiy 0.327 waz 1.326
LAEANIBINTIATIEN cis-isomer 81 %RPD WinAU 0.181 way 1.540 Auddu (Table 6) Hailuds
UfuRTAndunmanTsuasunsgwlng usludeuiasdeimaasuinsguildsuanliisaned
JrannsaIuasazaeiinlesnIsfess U TIvn SIS EAle
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Table 5 The system suitability test for difenoconazole active ingredient analysis (day 2)

equilibration of the system on day 2

difenoconazole reference substance trans-isomer cis-isomer
solution type mass of reference response factor (f) 9%RSD response factor (f) %RSD
substance, s [mg]

C1 50.4 0.407643 0.376 0.413852 0.590

0.407704 0.414254

0.406652 0.413282

0.406842 0.413834

0.410898 0.419878

mean 0.402407 0.415020

SD 0.001533 0.002449

Table 6 Difference values of standard solutions difenoconazole in %RPD (day 2)

equilibration of the system on day 2

difenoconazole ) o
trans-isomer cis-isomer
reference substance
solution mass of reference response response
mean %RPD mean %RPD
type substance, s [mg] factor (f) factor (f)
0.407173 0.414782
C1 50.4 0.406641 0.412891
0.406109 0.411000
0.327 0.181
0.408741 0.415357
2 51.5 0.407972 0.413641
0.407202 0.411924
0.410117 0.412850
2 51.5 0.409654 0.411243
0.409191 0.409636
1.326 1.540
0.402914 0.404474
C1 50.4 0.404258 0.404959
0.405603 0.405444

HaN1sNAdauUsUINETeBNgYT difenoconazole INNATINVBIUTUN cis-isomer wazUTun
trans-isomer Y84H 2108 19AIULT UV U 10% WG (sample A), 94% min Tech. (sample B, C) uag
25% W/V EC (sample D, E) lun1siias1e4 day 2 wanssia Table 7
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Table 7 Test results of difenoconazole active ingredient analysis (day 2)

trans-isomer difenoconazole cis-isomer difenoconazole difenoconazole
mass of sample
sample el content mean content content mean content mean content
mg
[g/kg] lg/kg] [g/kg] [g/kg] [g/kg]
43.67 59.78
Al@) 501.7
44.16 60.54
4397 —_— 60.24 104.21
43.43 59.34
A(b) 500.7
44.61 61.31
402.64 558.53
B(a) 52.4
404.04 560.20
403.52 —_— 561.65 965.17
405.09 565.54
B(b) 53.0
402.30 562.33
427.93 544.34
Ca) 50.7
422.76 535.62
422.92 —_— 539.11 962.04
420.31 538.15
C(b) 51.5
420.69 538.34
111.62 136.87
D(@) 200.5
111.28 137.92
110.69 —_— 136.08 246.77
109.49 134.23
D(b) 203.0
110.35 135.31
102.44 148.85
E@@) 201.0
102.58 149.56
102.18 —_— 148.75 250.93
101.80 149.05
E(b) 202.7
101.90 147.55

\Wiuifisunanisnaaeuanseangws difenoconazole Tu day 1 wae day 2 A1 %RSD lilAu
1% e las1ulnuginun duUsuiuans difenoconazole 999 sample A, B, C, D wag E 11y
104.59, 967.41, 964.04, 247.79 uag 251.50 nsusianlansu mNa1AU Lanwse Table 8
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Table 8 Comparison of difenoconazole active ingredient testing results between day 1 and day 2

difenoconazole, sample day 1 day 2 mean content %RPD
mean content [g/kg] [g/ke]

trans-isomer A 44.57 43.97 44.27 1.355

difenoconazole B 406.91 403.52 405.22 0.837

C 424.26 422.92 423.59 0.316

D 111.38 110.69 111.04 0.621

E 102.67 102.18 102.43 0.478

cis-isomer A 60.39 60.24 60.32 0.249

difenoconazole B 562.74 561.65 562.20 0.194

C 541.77 539.11 540.44 0.492

D 137.44 136.06 136.75 1.009

E 149.39 148.75 149.07 0.429

cis-and trans-isomer A 104.96 104.21 104.59 0.717

difenoconazole B 969.65 965.17 967.41 0.463

C 966.03 962.04 964.04 0.414

D 248.81 246.77 247.79 0.823

E 252.06 250.93 251.50 0.449

JadananisnaaeuyIunm difenoconazole TWEdn collaborative study iiteUszifiunansidn
SumpanuiuesUfofnisiomn 22 wis FesufiRmanguifeingiifivninnues iuresufoins 4
(Lab 4) wudniseanwatinveswanisnagauluiieg1s A (10% WG) #8819 B wag C (94% min Tech.)
Larfa9819 D waz E (25% WV EQ) liidu outlier lunnsienismaasy lnowaudunsuanadan
madsnuureswanismageulu day 1 wag day 2 dauuaufihGunanifdiadsvessanisaaouTes
winzyaIUURNTS waned Figure 5
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Difenoconazole Sample A Difenoconazole Sample B
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Figure 5 The analytical results difenoconazole of all participants (22 laboratories) in all 5 samples

(sample A (10% WG), samples B and C (94% min Tech.) and samples D and E (25% W/V

EQ)) (Syngenta Crop Protection, 2022)

dgunan1Innasg

Mat3mAn13iSTiesed difenoconazole s naaeufidvun ilewIsuiiisunaiiasgh
seraiesUfuAnTg uaslssnanamsaddvemwanseaeuiiethluldlumssvusliduitinesgmiunis
TIAS18Y WA a9l difenoconazole U84 CIPAC 1ne Syngenta crop protection AG Switzerland WJu
Jendunns i Uszaiuaiu dadaenats a1sunsgi asunsgiunielu uagdaeg1adiudy
5 feg e MeelURn1sng Ui aussuunTIsgeuaunming i wnsineasieseildmeaila GC
#5397 nvila FID Idnedudvila capillary 31 DB-5 A3M817 30 4uns L Uk e ug nananigly
0.32 1ad1unT wazAuruIveIlay 0.25 lulasiuns @udaansuuy split injection 8 auma o
250 psrnwalda Usinadeans 1 lasdns gauugiinedui 150-280 ssrnwadua §nsnisivaveduia
W 1.5 Hadansnou? AINTIVIRREUNNI 300 DIMVALTUE NANSNAABUVDIRIEN A, B, C, D way E laan
miaaﬂq‘mé difenoconazole Wiy 10.4%, 96.7%, 96.4%, 24.7% Lag 25.1% $Ua1AuU ANRaNISAgay
ﬁaaﬂwqﬁawmmﬁmﬂﬁﬁ’ﬁmiﬂdquuﬂ’quisuuminaaUQmmwi’mqﬁﬁwmimwmawudﬁ HLLN N
mseeusu Inenamsussdiunsadfvamamsveaaunuinliilu outlier lunnsenmsvegeu
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ANUBUAN

$IBUNNINADDINITI AN INATOUTENTI9T1ATI8Y Difenoconazole atiudl agnneld
A9NITUTDINGUIUNAUITZTUUATIVEDUA AN TR R en15nwRT aruisaslusulddisoniy
TrguszasAmenutismdeainyarainsuagiimihiinguauiannszuuasaaoununnIng iy
N19nERs NN INgiRun1sNYns NeldTeimuIdadensnann1nIsinens ddnauauiyiayian
Mainns Nadvnnens waediiAeatemniiu Adaelunmssidunuisluduenans s1usey
aranlunmaidegmasendiusena madnwiendesiuneainuazainiieg dmsuldlunimaass
Javevounman o Tomail

nsdwas i lulguselaad
1. N15K1571917 collaborative trial of difenoconazole H¥avIANTUN1TIUUINYDY CIPAC

FadumheamilumsiniBlinsesimaaouans pesticde formulation sefuanasilsiesufuAnsfid

srandudnnislunsiusuisinsesives difenoconazole #e
2. @1U190ANYINAIIUNITLUITIUNAAO ULV LANTIVA I UINNITH A UIITTLATIEY

a300nqN3lu Pesticide formulation Tutfagu it eLduuuinianisid1sauia collaborative study

szAvanalel
3. 113590911 collaborative study tJunisnaaeuauTIUIgYIaIRUURNS (proficiency
testing) aeevilafiviosUfURN AL FUNTIUTR M THIUTRIUFURNNT (ISO/IEC 17025) Fosdinngidn

s snegeuaNg g ulsyan
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ReUsuuasivandslnamulnuse (tolfenpyrad) Tuazii warvunsn
USUIUGIEAYDIATNEANATY
Pesticide Residue Trials of Tolfenpyrad in Broccoli, Chinese to Establish
Maximum Residue Limit (MRL), Trial 1-4

Mmaulml (Feana YA uavITIA 0 mins  vile) vesuv
Valentine Juasakul Weerasing Saengwan Wichuta Kuanhut Chanita Thongsam
nAuIT Ingiiyn1snuns NI LRI TILATHARNIINITINYAT
ABSTRACT

The study of supervised residue trials of tolfenpyrad in broccoli, Chinese for establish
maximum residue limit (MRL) were conducted at Kanchanaburi, Nakhon Pathom and Suphan Buri
province, central of Thailand. The field trials consist of untreated (control) and treated
(application) plot following Good Agricultural Practice (GAP) guideline. The application was
performed with 60 milliliters of tolfenpyrad 16% EC per 20 liters of water under 120 liters of
water per rai (750 liters per hectare). The formulation of Hachi Hachi (tolfenpyrad 16% EC) was
applied to treated plot 2 times at 5 days interval. Method validation for analysis tolfenpyrad in
broccoli, Chinese was study and results found that the average recoveries were 91-97% with the
relative standard deviation (RSD) between 2.0-5.9% while limit of quantification (LOQ) was 0.01
mg/kg. After the last application, samples including untreated and treated were collected at 0, 1,
3,5, 7, 10 and 14 days for residue analysis with QUEChERS method (EN15662, 2008) by using
LC-MS/MS. The analysis results of 4 trials found that residue was not detected or lower than LOQ
in all untreated samples while treated samples from 0 to 14 days were found the residue
contained between 0.13-24.58 mg/kg. Moreover, tolfenpyrad in broccoli, Chinese at concentration

0.10 mg/kg was strong storage stability at least 360 days in freezer at temperature -20 + 5 °C.

Keywords: tolfenpyrad, broccoli Chinese, pesticide residue, MRL
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unAnga

iAdeildimvaassuagiesgimuTinuasfivandslnamiulgn ( (tolfenpyrad) lupzh
LWammmwummﬂimmaqammmﬁwwm'm Tavinsnaassluulasazdivesnunansismun
4 ulay Uinmwuwmmmmmuqi uATUFY Uazanssaiys AaUanet w.a. 2564 el w.A. 2566
wiazuameassntaiu 2 wamnassges AsudasiliwulnawhilmsaiduuUasmuey wazulasiin
Tnamiulmsn 16% EC Hon3fn 913 813) §n91 60 fadans sevn 20 Ans Smalduin 120 Amssiold
wuasAnseru 2 ada vn 5 Yu dewhulamaasdldnmaseunulildvedisiemet nuindaruuiy
(accuracy) Feldandesaznsnduiiu (erecovery) 9E5¥1iNg 91-97% fianudies (precision) BeUssduan
Yowavdudoauunnsguduivg (%RsD) oefluting 20-5.9% uwasilranandudusigaianansoinsgh
leegnegnaosuazusiugn (imit of quantification; LOQ) 11fiu 0.01 un./nn. mé’aﬂﬁvﬁumiﬂ%ﬂqmﬁw
E‘fllLﬁUﬁﬁaﬂlﬂﬂﬂzﬁj’]ﬁyﬂ%’mLL‘U@QWJUQ&JLLaELLUaQVlﬂaaﬂﬁliSEsza’] 0,1,3,5,7,10 waz 14 U
WafnA7I981999835 QUEChERS (EN15662, 2008) kagimsgyimuSinaasiivanadvaumulmsalagld
weliedeinlaslynsmAuaaunlngand (LCMS/MS) nuindogsanuasmunuii 4 uas wuansity
pnddlvawiulmsatiosndn 0.01 un./nn. vagfifieganuiameassiissaznanfiuiesiud 0 fa
14 Yu wuansfivandnsegludas 0.13-24.58 un./nn. wenandliAnwinisaaisiavesinawulmiely
Agthitaududu 0.10 un./nn. wudranunsaiusnetsnghleuiu 360 Ju ludud (freezen) figamai
-20+5 °C lnglaifinsaaiefvesasiymnag

o/

AdnAny: Wauiulnige, avil, ansiiunnag, USunagegauasansiiynnang

uni

USuasiunnA19geanlunannalaznan e n19n15in RS (Maximum Residue Limit; MRL)
mnefsUTuasivanAsgegafiasnsanuldlududinuns Svhedufiadniuansfivandisse
Alansuduanuns dusulssmalneNsuIMnuAAIlAgANENITUNITUIATTIUFUANNYATVOS
Useinelng (Thai MRL) @3us¥AULIUI9IRE8198991nA1 MRL ¥89 Codex Alimentarlus (Codex MRL)
schaﬁmimﬁmuﬂiﬂEmzuzﬂﬁm%mimmigmmmﬁzm’wﬂizmmJaqimqmimmgmmmi
FAO/WHO (Codex Alimentarius Commission, Joint FAO/WHO Food Standards Programme; Codex)
lagfiaTUIINToYaNAN1TNARDIYRIUTEWAAINTNAETALLINIINITALTUUMUN NN TN 591
LaanaesasiiunnAeues Codex Guideline uagndnn1sUFURn1In15nunTAA (Good Agricultural
Practice) Tun15A1MuAA1 MRL 98315 1uvdnvesingd A vuazvidnvesny tavdiulug
AnugnITINBMsIERinsaniivuay ngifuildfunnluanamglslasysemaludnlanay Sunn dmu
UszmalnedadulssmanauiodonsTusendedld diuunniinisdweninuasnaliidiecdou Saiin
sudufewhnisneassduiinidesdeuiieliiinisimundn MRL dwmdufivadni deduusylenilunis
ﬁiaﬁaqmqmiﬁﬂLLaz{]aqﬁumsﬁmﬁumqﬁmmiﬁwﬁw%’uﬁﬂjLLazi’mqﬁﬁwﬁ Codex laifinnsinnuman
MRL 13 (@0Ina1uunnsgIuauAlnenswasomIshitewIi, 2559)

Az (broccoli, Chinese/Chinese kale) ﬁ"]’mLﬂwﬁﬂuﬁ%ﬁﬁﬁgﬂﬂ'ﬁﬁwﬁ']LLaquaamﬁué’ué’uﬁm
YoUsEmalng e nadalul w.e. 2562 ﬁLﬁaﬁﬂqﬂﬁaﬁu 47,832 19 lufiudl 69 Ymn fnandnsiy
45,162 7y Lasnananmals 1,208 Alansy Imawuﬁuﬁﬂqﬂmm%ummﬂﬂmWMUwmﬁlm laun
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FanIauasUgy NMYIuY3 aynsaIng gnssays wazdue udu (SEuuasaumANISHARNIEIUN YA
(501.), 2562) Fepun13IaviaIavyvesduAnuasLaziiy avtndnegludnlunsegansvan (Cruciferae
family) % 03ne1e1ansi Brassica oleracea var. alboglabra (L.H. Bailey) (d1n91usnsgiuduan
\NEATWAZMITUANA, 2559) axihdauiidaluniviede Ygnunluuseinaiu liviu geans uuady

= <) Y a £ IS ] o v a dad 1
suwdsszimalng 1Wulngaiied annsadgnlanaenl uaylaanmzlgnilinandnnangnivey

i d ¢ < A Y Y aa = v & oA
sevisfounaANiauwey 9eiuneIUTEIM 45-55 Tu Aztndeuvanluusemelned 3 g Ao
Y N o 14 1 1% ) a [ = < v Y 1 v ¢ 4 LY
wuglunaw Hanuarluningdvg Udesu yadluinussinludurduaniday loun siugrhaues 1 siugluivay
& o saAw I ¥ ] a = £ -7 v ¢
Juiugnianvalunaundtiuglunay Yangluuvay dovng Baluseu loun siug P.L.20 uaziugeen
wsonu danvarlumilouduazinluumay widwiuluredulivesndn Yaeseindt loun Wugudly 2
(gfian, 2551) uwinezienduiigengdunlgnuazguadie uanuinddaymsuniuanuuasdngiiy 1wy
vwauledin Muaunzyin Musuneyivien wagsmindnuaUaE (NGUUTMSARgNY/NRuAwardnIne. 2554)
bilanandaianamsonun1me demadensdseandudinunsveting adnduseddastesiuidn
AngiomuALuLInUeINTUIVINITNYAT

Inaululmsn (tolfenpyrad) Wuingdunsevninisinunsngy pyrazole (Figure 1) 1uansidnuuas

(insecticide) Niguden1svuddlannsouiiaouwand 1 lululnaounie fnalnmssengndsnessuunisnan
na 1 Ingarsazligdud swuaunisatevendiannsoui lsAuaounand 1 7eglululnnownse
(mitochondrial complex | electron transport inhibitors, MET 1) 9 4li@u1sana mwa‘"mu‘lugﬂ ATP g
ibiutaselatiesas Wilawutranurineendiau Wialudums (paralysis) wasaeluiian @nindde
WA NUINY, 2564) tolfenpyrad anunsaldtosiuuazmdanusulenn amtadnLaualy inaeseu
waell wasndeliuddy dauusthnldluivnseganewan (neva1Ud nevidnen Azt AnnavIUd way
HnMaeaud) dmsutesiumdanueuledn Ae tolfenpyrad 16% EC Usinu 40-60 fiagaanseain 20 &ns
Wudlenunssruiavemueulednnn 5 Ju Anseriu 2 ATY (hGuuSmsAngiiy/ngunguazdniinen. 2563)

CH;

Figure 1 Structural formula of tolfenpyrad (JMPR, 2024)

wil31 tolfenpyrad avanunsatesiularidanusulednluazinld ualuusyinalneuas Codex
filaifinssisunan MRL Tufiemsznansmarsiufensth dulunuideifvihnmeassuasfnwuio
asiunndnswes tolfenpyrad Tumsii wuy supervised residue trials TuiiufiuUamaassfiumnsneiu
AURANLN TN TV IMUAINARDIETNANA1989 Codex Guideline LLamaﬂmﬁﬂgummqmﬁmwmm
(Good Agricultural Practice; GAP) 1311 5314@1na Lagagd auamlmmﬂmimaaamaua
ANENTIUNITIVINTNAITUNINSFINFUALNYAT MvuaUTIaEIsiyanA1sgegavesUseinalnevse
Thai MRLs afmsu tolfenpyrad Tumzii LW@T%LﬂuLﬂmsnawqaqLLavmummwaaUﬂvmwmam U1 ey
deeen Sniadeansainunsyes nmmmeum'ﬁﬂﬁaammmumaumumsrmiai gengANUAITNaY
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FuRafivasnste (Pre harvest interval; PHI) i alinwnsnsinfngddwvdnidluldegegniesuay
fanuvaensugsaadieduilnn Snvsdsanunanirdoyaluusznaunisiarsandmuasuiumansiiv
ANA19E98AY0Y tolfenpyrad TupzdnseAuuIuIv1A taun ASEAN MRLs wag Codex MRLs #aly
(FINNUNINTFIUFUA NN EATUALDMNTUNIYF, 2559)

gUnsalLazIsNTs
gunsal
wUaamnaeg

1. Lﬂ%mmwuamLﬂ'%lmauﬁazwwwé’wmmﬁqmi@ 25 @n3 (motorized knapsack sprayer)

2. gunsalfesiuansiadl loun yaanuld (PPE) wiunn vuan vihninewnde wavgadle

3. gUnsaifildluntamaaes Tdun wiin1duian a3 esinguvginazaudy (temperature
hygrometer) in3asinnuiian litnuvas variion nduims Wenvha wiuthedeingiifie dadn
Azih quifiusegns wilsens naesliy wasiedestuiingamgil (temperature data loggen)

a. e Toun nszuenme dnines Tued wazrinuih

5. Jnqilfi tolfenpyrad 16% EC Fon136Me1T 813 (Hachi Hachi)

ol uRng

1. @1501m3§1U tolfenpyrad mmu%zjwé 99.39%

2. in3eauda Toun nszuenmie Snines vanUsuusunns (volumetric flask) mnldansarans (lab
bottle) vnlda3610e19 (autosampler vial) LaghiaknIAUETT

3. polaviun (autopipettes) ¥u1A 10-20, 10-100, 100-1,000 waz 1,000-5,000 lulasans

4. NaRANAaRINAIaRn (centrifuge tube) VUM 15 WAy 50 Nadans

5. fNT0IANTALALUUIALEN (syringe filter) PTFE au1m 0.2 lulasiung

6. esnsiioluviosufunag 1iun indestanadion 2 uag 5 fumis 1A3eaugnans (vortex mixer)
irestiuin (centrifuge) t3aadusioeng (Bvfe Retsch fu GM300) wasdududs (freezer)

7. @15.adl laun acetonitrile (ACN), magnesium sulfate anhydrous (MgSOy), primary-secondary
amine (PSA), graphitized carbon black (GCB), sodium chloride (NaCl), sodium hydrogen carbonate
(NaHCO3) trisodium citrate dehydrate (C¢HsNasO7+2H,0), di-sodium hydrogen citrate sesquihydrate
(CgHgNa,07¢1.5H,0), ammonium formate, formic acid wazlulnsiaumad (liquid nitrogen)

8. LA3OINTITIATIZIN Liquid chromatography tandem mass spectrometer (LC/MS-MS)

ad
6113

1. Mmsiudamaasg
1.1 d9ruasiioniuameasd LagiauauUnNIsNAaad UL supervised trial AoufazkUainnass
Foavinefulaitionndt 30 Alawms neldnsviutameaedludifedtu anuivhulamasosisd
wasi 1 suanzaseu sunevinuznt Faminnigauy3 duvus GPS 13°577417N
99°46’46”E YINN1SNARBITENINABUTUINAN 2564 DapBUNNTIAY 2565
wasil 2 fuasssuman suneiies damiauasuu fuma GPS 13°48°10”N 100°6’55”E
INN1SNARBITENINNADULNTIANDBADUNNAIRNUS 2565
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wasil 3 fMuauneeny sneaIUTedud Samdngnssay3 duvus GPS 149367117N
100°5°49”E ¥1N15919883355NI1BA0UNGAIN18URLADUTUIAL 2565
wasil 4 duasiavane snenuumau Savianigauyd diuvts GPS 14°14°517N
99°49’13”E y1N15MAR09sENINAuINTIANTRFBUNINITUS 2566

1.2 wiswamnasseendu 2 wameaesges AsuUasriuau (untreated plot) luulasmeaes
Aluwuingdfiy tolfenpyrad LazuUasmaaesfi nuingdfiy tolfenpyrad 16% EC (treated plot)
pudhsuuzthite 60 fadansreth 20 dns Sammslith 120 Arsdels (nquiguazdniinen, 2553)

1.3 aauifisu (calibrate) L3 penunlouviin1svaaes il ev1dnsnsldin (flow rate) uagiaan
(target time) Tumsifuniuingiifueiuiiulamaaes wasneasufuuingifulmaussstunaildan
M5 calibrate ilomuaNnsHuIngifulitianuaianouazgndousiug)

1.4 viuTmgdlity tolfenpyrad 16% EC lundamnaestlos treated plot Taawuansyn 5 3u 2 ass
Ansany Mﬁﬂﬂﬂiﬂﬂﬂ%ﬂﬁﬂﬁﬂﬂ fjmﬁuﬁaashmsﬁwﬁ 0,1, 3,5 7,10 ua 14 Ju lnglddlngaayiiagu
gniiudinsn guiiviegeliiulamaasseniussegiuiasuaginoulas ufeganula
untreated flau mufefioEaNuaY treated usazuamnasidesarduiufegns 2 Srraniaiiy
fegausazads dmindiedsfiduiudedidtosndt 1 Alansusiedn Wetaundieszsiniusana
a13ennANN tolfenpyrad

1.5 yudsdang e duivanuuamaassuniviesl jURnsnguauidoasiuandns nguide
Imgiiiunsinuns nedddeimuladenisudaniansinens lneussyiegdldguiuiiegne Santiens
Yongdlifain udazgeithedefoduasleTngifuszydaau Tufiniuin guvnd uaznaniidu
Rugegne antuthgefedisldlundediufifndlddudussqed fesnmanindiegnaseninems
yuds Nundestiuiingumgll (temperature data loggen MHlunaeslriufiugaussgiiegraiiensiaaey
gaumgfisginnmsvuds iefisesl fuinsliAumeedudududa (freezer) flgaimndi 2025 °C
2. NMIATIVIATIERAITAEANALS tolfenpyrad Tumgiin

2.1 noaeuanuldlivesiznisnsininie

2.1.1 Lm%ma’liazmammg’m stock standard solution 984 tolfenpyrad fipududy
1,000 pg/ml Imaﬁﬁ"ﬂmimmigmﬁtﬂu orimary standard fhetedestimadion 5 dumds Wlddmdnile
415 10 dadnsulagUszuna ldaslu volumetric flask Yu1a 10 daddns WANFvNazaIy acetonitrile
aslu volumetric flask flavifos Wwehau primary standard avanevun 9ntasLfi acetonitrile audeTn
USnms ety wansazanesnnsgiuld lab bottle fAnaan szydoans anmidutu Jofiniou
ansavaneiild wagSuilwSedlvidaey WuansinasgiuiwSesluguauds (freezer) figamgil -20+5 °C
Tnsenuiduduresansinasgiuannsaduanildsd

ANUDUTUVRIEAITUINTTIU (pg/ml ) = WnInATe (me) x AIUUTENTUBIENT (%) x 1000
USunasimse (ml) x 100
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2.1.2 w383 intermediate standard solution 84 tolfenpyrad Fenududu 100, 10 way
1 pe/mi Tneldigmamsdnuan dall
N;Vi = NoV,
Tagit Ny = aanduduvesansaadu (ue/ml)
N, = anududuvesansiidosnswsey (ug/ml)
- YinmsvasansmeRuiifesgan (ml)
V, = USumsuesansdisiesnsieden (ml)

19 autopipette A" stock standard solution auUs s frwandld adlu volumetric flask
sl acetonitrile aslu volumetric flask ausdausannas welwdniu andunansazarsnasgild lab
bottle Annan srydeans anuitudu Jofwien asazanefily waruiwSeslyidaau Wumsanasgui
wiseslugududs (freezen) figamnil -20+5 °C

2.1.3 nageurullildvediSiaseansiunndng tolfenpyrad Tuagth fisviuamududy
0.01, 0.10, 1.00 waz 10.00 me/kg Mmuuduas 8-10 91 Tnwarindegefeda QUEChERS (EN15662,
2008) mmfuﬁqaﬁmwmm’u (accuracy) 315 EALANINAUAY (Y%recovery) LLazﬁqaﬁm’]mﬁ'm
(precision) 9nFesazdrudeauusmIgIudusiug (%RSD)

2.2 AATRUTInaEsiennA tolfenpyrad lupztineieds QUECHhERS (EN15662, 2008)

2.2.1 wsuiiegns neisegansthiiududmauiu lquid nitrogen Tniududeinios
Jusheds iusetaidundaluguguds (freezen) fiaamagil -20+5 °C

2.2.2 Fes0eaazii1 10 + 0.1 n§u 1d centrifuge tube YA 50 faddns afafiog 1998
78 QUECKERS (EN15662, 2008) lagiLfsl acetonitrile 10 Aaddns 1wen 1 W19l 1AW magnesium sulfate
anhydrous 4 N34 sodium chloride 1 AU trisodium citrate dihydrate 1 N34 wag di-sodium hydrogen
otrate sesquihydrate 0.5 n3u wg18n 1 w9l Wly centrifuge AEAIALST 3,500 iaumaum dn 5 W
mauummia anedIuuuUSIRg 5 Gaddns 1d centrifuge tube vuna 15 faddns 711 magnesium
sulfate anhydrous 750 fiadn3u PSA 125 fadndu lag GCB 45 daansu g lngldia3es vortex mixer
Wuran 1 Wit 9wl centrifuge Ann1139 3,500 seusewIit 8n 5 undl nsesansazanedldaae
syringe filter vw1m 0.2 lalasiuns 1d lab bottle vuin 10 Jaddns mmjju@mmsazmaﬁﬂsaQLLé"sﬁw
autopipette Usanns 1 faadns Td autosampler vial wagidisl 10% formic acid 10 lulasans welianiu
WlUAnseimUsInasivanfedieeios LC-MS/MS

2.2.3 Lm%m'ﬁazmammgmmaa tolfenpyrad Tuansazanediatingin sample blank #14
Watnmets fissiuaududy 0.005 0.01 0.05 0.1 0.2 way 0.5 pg/ml (working standard solution)
\ieads calibration curve 5¥N319ANUTUTUVBIAITUINTFIU tolfenpyrad (wNu x) U peak area
wnu y) lnadesdiAn correlation coefficient (r) luitioanan 0.995

2.3 NAADUAINAIN (storage stability) Ya9a15¥mNANY tolfenpyrad Tuazti

ANYIAILAIAINS DANITNITAEANYAITENINNITAUSNYIE1SRYANATS tolfenpyrad Tu
Avih fisvey 0, 14, 30, 45, 60, 90, 120, 180 way 360 Ju IneLANaNTa5UIn5g U tolfenpyrad (spiked)
Adudu 0.1 me/kg (10 Wiwes LOQ) asluaiifidaiindnld 10 + 0.1 n¥u $1uau 18 Faee
niufuiiegisi spiked wdlugududs (freezer) flgamagdl 2045 °C (FAO, 2016) ieflsszeziianii
AnwrhdegunanauaziiasIzneisinetuiuiiognanilameass waglunsiiaszidiegng
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Lwiazﬂ%u’wzﬁm'rﬁﬂ’mﬂuﬂmmwmaqm'ﬁlm']w’iuﬁqmﬁuaamsmaauﬁaaﬂw (procedural recovery) \ie
W3suifiausaagng storage stability waz procedural recovery Miafnnialutuiiestu §uduns
A5 UUTLANTAINUDIIDIATIEN
2.8 AAMEMITNUVBUASE LC-MS/MS dwmiulnsizsiansfiunndng tolfenpyrad lupztih
Column: Phenomenex 2.6 um XB C18 100A, 100 mm x 2.1 mm
Temperature: 40 °C

lon mode: ESI (positive)

Source parameters: Gas Temp (°C) 325
Gas Flow (L/min) 10
Nebulizer (psi) 40
Capiilary (V) 3500

Injection volume: 5 pL

Mass parameters:

Precursor ion Product ion Dwell CE (V)
tolfenpyrad 384.1473 197.1 80 30
384.1473 171.1 80 20
Mobile phase : 5 mM ammonium formate in water (A), acetonitrile (B)
Run time : 8 min
Time (min) ~ Flow rate (m/min)  Solvent A (%) Solvent B (%)
0 0.4 80 20
0.5 0.4 80 20
2.0 0.4 20 80
5.0 0.4 20 80
6.0 0.4 80 20
8.0 0.4 80 20
STYTLIA Buduieusaney 2564 Auaniieuiiueneu 2566

F01UMIINITMAEeY 1. wiawnaesdaninngyauys uasUgy wasgnsIaiy

3
2. vieeUfjURn1snaualdeansiiunnae nquideingiitynisinuns

q

NLNRUITITYATHEANIINITINYAT
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NANIINAADILAZINTAS

1. ViinaingiifiviiasluuUameass

WudnndWw tolfenpyrad 16% EC TunUainnasie oy treated plot A1UT NI 1HULUIAB
60 findAnssioti 20 Ans Sasldir 120 Amseiols wiunn 5 u S 2 adednseriu Tnefarseangud
(active ingredient; a.i.) 1MNAU 48 N3U a.i. sioleAladnT LLazﬂ%mmi’mqﬁﬁwﬁaﬂmmawmamam'ﬁa
mil@arndszans nmnnsn 3 suaainnanlunisiudieusy target time Tnests 4 uamnasdd
UsyAvEnmnsuaglutae 99-1029% (Table 1) uandliifiudna 4 wamaassduimuingdfiuiady
LLﬂaawmaaagﬂé’aqmuL’smﬁ"l,é’mﬂmiﬁmm

Table 1 Efficiency of test substance apply per treated plot

Percent efficiency of test substance applied

Trial

1°* application 2" application
1 99 100
2 100 99
3 101 100
q 101 102

2. NdeuANulElAYeIsN1INTIANATIEN

M998V 5TLATIERMIUTUIUEITNEANA 1Y tolfenpyrad Tuazd1 lavannd108190 28735
QUECHERS (EN15662, 2008) A n©17 52/ ua3L Uty 0.01, 0.10, 1.00 waz 10.00 me/ke Wu7 13l
%recovery Laavaglunas 91-97% uay %RSD aglura 2.0-5.9% (Table 2) Fudurriogluinasinng
gau3U (SANTE, 2021) LLazmmLﬁﬁm%’uﬁf’wqmﬁuaﬁ%ﬁmﬂzﬁﬁmmiam’mi’mlﬁaﬂwgﬂéfaﬂLLazLLaJ'uETﬂ
(limited of quantification; LOQ) t¥1AU 0.01 mg/kg

Table 2 Result of method validation of tolfenpyrad in broccoli, Chinese

Concentration Average of
%Recovery %RSD
(mg/kg) %recovery
0.01* 96, 92, 88, 88, 92, 90, 83, 87, 97, 94 91 4.3
0.10 97, 96, 98, 97, 95, 95, 101, 96 97 2.0
1.00 99, 100, 98, 97, 85, 86, 97, 96 95 5.9
10.00 91, 98, 97, 99, 89, 83, 96, 95 94 55

*limited of quantification; LOQ

3. USunuansiivanang tolfenpyrad luaztinannilasnaass

NN15TRTIEIMIUS A SR EANAT4 tolfenpyrad lumztinain ¢ ulammnaesfinuansniy
993U wudmé’qmsWua’]iﬂ%y'qamﬁwﬁsuEJ Auiies 0 89 14 Tu SUSnaasiivandsananiy
svevhaniuieiiutwduwunliuiiertuic ¢ wameass Fadunsaanesuuy exponential
(Figure 2) usaziiuinSuaeansivandeiinUameaes 1 way 2 nsdasfvesansiivandasiniy
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AoudeduiiofisuiuuUamaans 3 waz 4 lnglanizszezaatiuiiedd 5 7 uay 10 Fu vesuvad
naans 1 fUsurmarsienndisneudslndidssiu deoraiinanndaseatouen Wy animeinie
n55ALn 91gAzt 3aN U Y IRUamAaBITeRNYAINT LU Laraziuinng 4 wamnasd
sruzlAuien 14 Tu §InanuaIsiennAig tolfenpyrad SUSuau1nn31 0.01 me/ke (Table 3)

dIUA798199NUAY untreated TUSUIUANTHYANATY tolfenpyrad Wasndn 0.01 me/kg Tunndagng

=3

Jaaguliimameaesiifinsaanasiaves tolfenpyrad Tupztiidlodnuiuiunasnisiiuiieaiuiy ag1dls
fAnudszindalneuas Codex §elaifinsrinund MRL ¥4 tolfenpyrad lumztimsanguinlunseng
nevan waussmagJulaiinunai Japan MRL 483 tolfenpyrad luuSanlad (broccol) Fadunguiiy

a

wianeiuazthlungunandnnsenanevan (Brassica vegetables) agl 0.7 mg/kg UFCRF, 2024) fisiu
= a 1 A o v 'S4 a o = o @ a (%

WIAWAITRUI91NAT MRL ﬁuamivmﬂmﬂuﬂﬁumummsﬂmaaqmmn TLUNUIINTEYLLAULNYT 14 U
USuaansiennA19994 tolfenpyrad Iuﬂvmmmmawmam 1, 2 uag 3 93A38A1UINN1T 0.7 mg/kg
agnalsmunsinnsanimund MRL 1ty %“M@QUWUiM’]maﬁW‘Hmﬂﬂ?\‘i‘VIvLmJ’l‘Ui‘”LMU@’N&ILEUWWﬂﬂWi
USLNA (risk assessment for dietary intake) FuuuBsundy (acute) TEPRRTEOER (chronic) ML

vosUseinelneuaranaiiemilifsnnulaendegeanseduilnaneuiiasiunimuadud MRL

Table 3 Total residue of tolfenpyrad in broccoli, Chinese

Day after last Total residue of tolfenpyrad in broccoli, Chinese
application (mg/kg)
(DALA)

Trial 1 Trial 2 Trial 3 Trial 4
0 11.75 8.19 14.36 24.58
1 6.32 7.81 11.07 17.21
3 a.77 6.40 9.25 9.32
5 3.88 3.19 8.23 5.15
7 3.15 3.26 7.68 2.31
10 3.63 2.18 3.62 0.50
14 2.03 1.81 0.97 0.13
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35 ¢ Trl mTr2 Tr3 x Trd

30 y = 7781860y = 7.8576e0118 Y =16.497e% 1y = 27,7970
R? = 0.7390 R? = 0.9414 R? = 0.9043 R? = 0.9949

(un./nn.)
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Figure 2 Trend line of decline study on tolfenpyrad in broccoli, Chinese

4. MUAY (storage stability) 83an5WEANAN tolfenpyrad Tuazi

NMITNAFBUANTIYANTFANBFINS DANUAINISEII 1M TAUSNE (storage stability) vesansiunnAI
tolfenpyrad Tuagtin Aisze 0 89 360 Tu lneiAnansuInsgu tolfenpyrad aslufiegangiinfiaany
it 0.1 me/kg Mnufuegnaliluguauda (freezen figamgil -20+5 °C leflvszaginaniidnyii
fegranatiauasiinssifiegnias 2 91 #2875 QUEChERS (EN15662, 2008) LATAIUANARININTBS
N1334A5I8RLUYATDINITNAFDUF 9819 (procedural recovery) 1UT8ULIBU %recovery Y03A20E74
storage stability /U procedural recovery fiafnniglufufieadu il ensiaaeuuszdnininuesis
Ans1ert wuindiadedesazansfivandneflvdeagues tolfenpyrad Tuazthilfulidaus 0 83 360 Yu
0¢/lur29 85-100% (Table 4) namAsansfivanadodliaanailuiiunin 30% vesanudadudidnu
vdeAadsfovaransiivandailimdonguinnin 70% (FAO, 2016) dsegluinamivensu Fsazuldin
aansaiuietengtihiislansiunnda tolfenpyrad 1lsuu 360 Ju Tudusudefigumgil 2045 o
Ingliifimsaaieiivedansivana
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Table 4 Result of storage stability study on tolfenpyrad in broccoli, Chinese

Residues in
Procedural recovery . Average
Storage stored spiked
(%) uncorrected
interval samples (mg/kg) .
residues
(Day) Replicate Replicate Replicate Replicate .
remained (%)
1 2 1 2
0 104 102 0.0987 0.1020 100
14 92 87 0.0887 0.0821 85
30 90 89 0.0929 0.0925 93
45 93 100 0.0977 0.0955 97
60 96 96 0.0859 0.0880 87
90 97 90 0.0919 0.0881 90
120 91 92 0.0905 0.0874 89
180 107 107 0.0949 0.0952 95
360 100 105 0.0994 0.0899 95
dgunan1Innass

PnMsuUamaaeinaziinszinuiinaasivandns tolfenpyrad luagii Wefivunad
UTU100g98AY09a1TAYANAY IINITNARBILUY supervised residue trials Aanauazan LTI
4 utas Tnswudngifiumudnsuuziiife tolfenpyrad 16% EC Usuas 60 faddns ot 20 Aas
Snsldii 120 Anseld viutmodifiwvinetu 5 Fu fadertu 2 ass dwsudestunasmdavueulednly

Ayth udsnawuansasantine dufiufoganstifiszesinan 0, 1, 3, 5, 7, 10 uaz 14 T 1i98g19317
afnn1875 QUEChERS (EN15662, 2008) LLa‘v:lLﬁi'wwmﬂsmmmﬁwwnmq tolfenpyrad mamsaq
LC-MS/MS a1nuan153LATeinu tolfenpyrad fnnsaaneiadedruutundannfuisufisiy
feganztiinInulas treated 11 4 uas SUTaATRvANANS tolfenpyrad 8¢3g1i1g 0.13-24.58
mo/kg luvaueiifiog1991nudas untreated 3USuaansiunnane tolfenpyrad Woandn 0.01 ma/ke
vi3otiesnine LOQ Tuynieene uenanianunsafiuiessagtinfifarsiuvnndns tolfenpyrad 1514
uw 360 Ju Tugus (freezen) figamgdl -20+5 °C TaglsiAnnsaaefvesansfivnning

nsinauITeluTduselovl
1. FoyauTinaasiuandnawes tolfenpyrad luagiifidnuil anunsoiiludsznounisiansan
fvuaeUSinaasivandsgean lidiaziduan MRLs vesszmalng ASEAN we Codex iloldidy
inausienadslunsndn M3 uagnsmuAuATIvaeUAtngs Yt uavdseen
2. INMIANINITANEMU84 tolfenpyrad Tuazth ildns1usnsinsilifigndes szoziian
nsLAULA B2 vasade (PHN) 9 sanansaideyaluszyuuaainvieduuziinigldingsunsie
yanmaaens delmnuesnaideyadluldldesnagniuasiinmnasnfogsansoguilag
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Study the Tolerance from the Uncertainty of Quantity Analysis of Boron
in Chemical Fertilizers with Inductively Coupled Plasma Spectrometry

technique

91587 Yuszlau  vesduns Auviwys  wedita unigy
Arthiya Punprakhon Thongchan Pimpet  Pongpit Kaewsuk

QGHERGIRITIRCE Na AU TuMTHENNIINTINYAT

ABSTRACT

Study tolerance from the uncertainty of boron analysis in chemical fertilizers by inductively
coupled plasma spectrometry technique. The objective was to find the error in boron nutrient
fertilizer suitable for each sample concentration range by taking the uncertainty from the sampling
source. (sub-sampling) from the source of sampling precision and analytical precision using ANOVA
statistics and standard substance testing from the source weight, dilution sample, precision, bias,
factor, calibration curve, instrument and concentration at 5 levels, concentration range 0.06% < B
<0.1%, 0.1% < B < 1.0%, 1.0% < B < 5.0%, 5.0% < B < 10.0%, and B = 10% have boron tolerances
of 17.12%, 14.73%, 12.91%, 8.94%, and 7.01%, respectively. Errors can be estimated according to
concentration ranges of 8, 7, 6, 4, and 3 percent, respectively.

Keywords: uncertainty, tolerances, Boron

UNANED

n1sfnunnagiaanad euainairulduduouvenisiasiy Mﬂﬂﬂimmhiaﬂuﬂ gLl
fumatadusniwaandanatauiailalasiuns ImmmﬂiuamLwammmm%mmmaaumama
ﬂ']i’;Lﬂi’]yﬁﬂﬁlﬁﬂﬁlaﬂﬁ’]ﬂﬂﬁ@umLMZJ']QJE!ZJLLG]@JUNWJ'HJLSUQJSUWU’EDWI’JBEJN‘\]’]ﬂﬂ'Wiu7ﬂ'1ﬂ’J'13J13JLL‘uuau
NUNAIVBINITAUAIDEN (sub-sampling) ANWNAY sampling precision wag analytical precision
Ingldadis ANOVA kagn1snaaauaIsuInggIy 31nknas weight, dilution sample, precision, bias,
factor, calibration curve, instrument Wagconcentration ﬁ 5 SEAUBINANULNTU 0.06% < B < 0.1%,
0.1% < B < 1.0%, 1.0% < B < 5.0%, 5.0% < B < 10.0% wag B > 10% fla11umaianaouvesusou
17.12% 14.73% 12.91% 8.94% waz 7.01% aua1su @11150UszdunI1uaaInna sunIuea
Aty 7 8, 7, 6, 4 way 3 Woddud auddiu

o s

AdnAsy: Aulinuuey, muraianau, Tuseu
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nlasumseniulidesunsideumunsessdygade we. 2518 wilunuiulaensessdygade

a

(aUufl 2) A 2550 WA, 2564 wazimunnsFudsloladisinemisTestarsIesiaTa Tugy
avaneiinld slusou Boron: B) faLdusnevnaaiuiiddydnsin fusiinaiifisdesnmstdesunn
uifiiaudayiefivlidesnitsnewnsfivdug insedminillineduanudesnmsvesiivwdy fvdey
wigAvlauazlinandntanas waziveranenoudiszndnensonsafldninuinuaaueg 19Ul
(P3P IUgIaNen, 2548)

JagUudslifinusinanind suvesnisnsraaeuuimasinemsiusesvesUInalusevly
Joiadl iiosandnanetadofiannsavinlidiinsgiiiannuaaiaind euls ﬁmj’/ummmmmwﬂa
T duluegsgnipsuasiumsgiu inumsnslesunadselowd Jadndudesinsimuninasinainiadey
ponnsessuTinamiomuaataied euiiatu welfidunasidadulalunismeaeut lunsdld
nadATzlsinssiuUSinaiiuds wasiitemuidusssuvesiiieidos
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Inductively Coupled Plasma Optical Emission Spectrometer (ICP-OES)
LATDILVEN

asiall

4.1 Boric acid (H3BO3),AR grade

4.2 nsalumsn 69-70% (HNO3),AR grade

4.3 gsaranenngIuluseu ALY 1000 ppm
NIZATYNTBAUDS 1 LAz LS 5
\sesuiuazianduq Mldlunisveaes

UszliuAmulduiuouainnsnageuaisiadl (Boric acid (HsBOs),AR grade)
1.1 ANWILNUNAAIALAE BUINNAIAINU L WU UIUINNNITNAFBUENSAL (Boric acid

(HsBO3),AR grade) fiszaumnududu LOQ ¢ nans GR

1.2 Uszanasananuliutueuainunas weight, dilution sample, precision, bias, factor,

calibration curve, instrument Llag concentration calibration

Usziduamanulduiueuainnis sub-sampling

2.1

2.2

2.3

Joavnnegseluseuiiaududureslusouunnsinefu 5 sefuras 3 feg

2.1.1 AMUNTUNINAIATOYINAY 0.06% WAtaanI1 0.1%

2.1.2 ANMUNTY W1NAIATOWINAY 0.1% uAdesnIn 1.0%

2.1.3 ANUWNTE UNNTIUTOWINAU 1.0% uWhAtesnIi 5.0%

2.1.4 ANUWNTY WINNTMIBWINAY 5.0% WALesnI1 10.0%

2.1.5 AMUNTY W1NAIATEINAY 10.0%

wisniogatefifianududu 5 sedu fegwa 1 Alandu $wau 2 01 udazna

wlanunssudsiasieide (1 gaudadu 4 dw azle 8 dausiadodna) undiags

U 15 F9E9

Ainreivimnalusevluglararsiludefeismanugieinnegidewnd : s

0193903 s aLat Tuguilazanenile uazanny, 2565) ng

23.1 Fef0819 0.5xxx g ldvantausuinsuuin 250 Haddans Wuingu 100
fiadans wawehmendssugndunan 30 wi

232 YSulsinaseetngy wenlddniu wiihlunsemiunsyaunses

2.3.3 USuaisazaiedlegnalidaniividunsa (acidfication) lneUiunaisazane
f10819 (19 2.3.2) 20 daddns aslurininusuins W@u HNO; 5 Tuans 20
foddns Uutiinasdeiindy (nsanuduaasieres HNO, 1y 0.5 Tuand)
NI oUSURREIUUSUINTVRId5aN86 28819088 HNO5 ANUAINUMNITEY Lag
ANUNEATINE HNO; 10U 0.5 Tuans
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23.4 thasazaeiildiadieindes ICP-OES
235 vnasufiegels 24 dau sl 1 sedumnududunnududy muowe 120
g lagldnsent 2 au munssuis Sampling (Eurachem, 2019)

2.4 Juiinwainszilusou

2.5 UﬁzmwhmmhiLLﬁuaua"JmfjENLuummgmé’uﬂ’wﬁ‘ (Ursp) sampling precision
way analytical precision lngldadf ANOVA Sausazanududuuiandudarulyl
Lu,iuaud'sul,ﬁsmmummgmé’uﬁwéi’m (Ugsp (pooty) (Barwick and Ellision, 2000)

3. swunasnnulduyueunnuvasiofvustianasinaned o wazUszanandesidud
ANARIAAR DY
3.1 UszAfluninuAaInlAd eua1nnIs sub sampling Lagn1snagaualsLAll (Boric acid
(H3BO3),AR grade) 1hAanulduuuauaInynemasnsiniu (U
3.2 ﬁmumﬂm‘*zf‘lﬂmmﬂﬁ@umm specification zone (4,)
3.3 Usznalesidudanunaineiou (%tolerance ; 2. )

FTELLIAN UAY 1 anAw 2564 Jugn 30 fiugneu 2566
A01uNiINIMAReY nqiTenYnsall noRFeimwdaden1sHEAMINISINYAS

Nami‘wﬂaaﬁttaﬁmsaﬁ
1. UszdluAmanuldudusuainnismageuansiall (Boric acid (H3BO3),AR grade)
AuAIAUlLLLUeUINLUES weight, dilution sample, precision, bias, factor,
calibration curve, instrument Wag concentration calibration f?fﬂmi'mﬁ 1

[y

A157199 1 AAuldudueuINNIageUaIsAll (Boric acid (HsBOs),AR grade) 1 5 S¢AUANUIINTY

RSU?
Component Symbol

0.06% <B<01% 0.1% <B<1.0% 10% <B<50% 50%<B<100% B> 10%
precision Pre 0.0000533 0.0000159 0.0000617 0.0000177 0.0000012
weight of sample Msample 0.0000003 0.0000003 0.0000003 0.0000003 0.0000003
dilution factor Dsample 0.0000591 0.0000591 0.0000162 0.0000162 0.0000037
calibration curve Dstd 0.0001420 0.0001420 0.0001420 0.0001420 0.0001420
concentration of B Co 0.0003057 0.0003057 0.0000124 0.0000124 0.0000034
ICP-OES ICP-OES 0.0000051 0.0000051 0.0000051 0.0000051 0.0000051
Bias B 0.0000533 0.0000000 0.0000617 0.0000190 0.0000012
> RSU? 0.0006 0.0005 0.0002 0.0002 0.0002
~ /> RSU? 0.0238 0.0230 0.0154 0.0139 0.0125
Uc 0.001546 0.002367 0.047175 0.070695 0.221711
u 0.0031 0.0047 0.0944 0.1414 0.4434
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2. Usziuriaanuliuiueuainnis sub-sampling vesluseud vaulesidusarnududy
0.06% < B < 0.1%, 0.1% < B < 1.0%, 1.0% < B < 5.0%, 5.0% < B < 10.0% wag B > 10% laan
sampling precision &g analytical precision WINAU 2.59, 0.75, 2.07, 0.79, 0.45 wag 3.41, 3.61, 2.47,
2.90, 1.69 Muaeu

A1519% 2 ArAulakLewYed sampling precision wag analytical precision vaslusauludendl

SEAUAMUUUTY . Ay likULeu Y99 AN lukUuau 999
° sampling precision (%) analytical precision (%)

0.07 4.20 3.34
0.09 0.00 373

0.06% < B < 0.1%
0.08 1.57 3.13
Combined 2.59 3.41
0.46 1.04 2.50
0.91 0.79 4.48

0.1% < B < 1.0%
0.56 0.00 3.57
Combined 0.75 3.61
1.23 3.49 2.02
2.05 0.00 3.57

1.0% < B < 5.0%
3.38 0.83 1.26
Combined 2.07 2.47
5717 0.00 2.50
8.19 0.00 1.57

5.0% < B < 10.0%
9.71 1.36 2.10
Combined 0.79 2.09
10.83 0.00 2.57
15.28 0.79 0.66

B > 10.0%

17.22 0.00 1.25
Combined 0.45 1.69
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3. sauuviaseuiliuiusuynuvaaiiefmuntisnaminaiaiedeu (Eurachem, 2016) wagUszanal
Lﬂai‘@z‘iuﬁmwmaf]maﬁau 9NUEY sampling precision, analytical precision LazaINNIINIAABUAINY
Tolovaaisiesent tawn (Eurachem, 2014) weight, dilution sample, precision, bias, factor, calibration
curve, instrument ag concentration calibration 41534AU LAIIAN specification zone (4 x u.)
YIAIUUUTU(0.06% < B < 0.1%), (0.1% < B < 1.0%) uaz (1.0% < B< 5.0%) (5.0% < B < 10.0%) Uag
(B > 10%) wosTualusoululeini] dArnrmnaindeuintu 17.12% 14.73% 22.55% 8.94% uaz
7.01% aUSIFU ARSI 3 - 7

A151991 3 WasHuAAINAAIAAARUYBILUTOUNTIAUTLTUY (0.06% < B < 0.1%)

ouE AR laLLueU
sampling precision (%)  analytical precision (%)  Validate (%) 73U (%)
0.07 4.20 3.34
0.09 0.00 3.73
0.08 1.57 3.13
Combined 2.59 3.41 0.003 4.28
Verification of conformity if the width of the specification zone is (4 x u.) 17.12

A15199 4 LUasSIHUAAIILAANAAABUYDIUTAUNYIAINUTNTY (0.1% < B < 1.0%)

ot AAuliuiueu
sampling precision (%)  analytical precision (%)  Validate (%) 73U (%)
0.46 1.04 2.50
0.91 0.79 4.48
0.56 0.00 3.57
Combined 0.75 3.61 0.01 3.68
Verification of conformity if the width of the specification zone is (4 x uc) 14.73

AN5199 5 WasiudAINAaInAARNYadlUTOUNTINAUTLTY (1.0% < B < 5.0%)

ot AR laLLueU
sampling precision (%)  analytical precision (%)  Validate (%) 73U (%)
1.23 3.49 2.02
2.05 0.00 3.57
3.38 0.83 1.26
Combined 2.07 247 0.09 3.24
Verification of conformity if the width of the specification zone is (4 x u.) 12.91
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A15199 6 LUasSIHUARILAAAAABUYILUTOUNYIPNUTUTY (5.0% < B < 10.0%)

o AmulaLuou
sampling precision (%)  analytical precision (%)  Validate (%) 73U (%)
5.77 0.00 2.50
8.19 0.00 1.57
9.71 1.36 2.10
Combined 0.79 2.09 0.01 2.24
Verification of conformity if the width of the specification zone is (4 x uc) 8.94
maeft 7 Weddudruaaaedeuvesluseuiivasnnududu 6 > 10.0%)
o AR laLLueU
sampling precision (%)  analytical precision (%)  Validate (%) 73U (%)
10.83 0.00 2.57
15.28 0.79 0.66
17.22 0.00 1.25
Combined 0.45 1.69 0.005 1.75
Verification of conformity if the width of the specification zone is (4 x u.) 7.01

M13197 8 MsUszlivAauldnuueuvasUsinaluseuludaindl (%tolerance ; 2, )

SEFUANUTLTU specification zone is (4 x uq) Estimate tolerance (%) (2. )
B
0.06% < B <0.1% 17.12 8.56
0.1% < B< 1.0% 14.73 7.37
1.0% < B < 5.0% 12.91 6.46
5.0% < B < 10.0% 8.94 4.47
B> 10.0% 7.01 351
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S 6
=] e,
& T
g 2 '
S ® 4.47
Sa T e
B ------------------------------ ' 351
3
2
1
0
0 2 4 12 14 16

6 8 10
Concentration (%B)

Al 1 Aenuliviueuesdsunaduseululewad

dgunan1Innasg

ns@nwinusina1eLAd suanAA il ubueureIn s gimUTinaluseuludeied de
wadadudniivdsnlanaraunalalasiun nnsiiaianuliuiueunisduiiegns (sub-sampling)
97nUNEY sampling precision tag analytical precision lagldaif ANOVA Lagn1snagauaIsiadl
NNLUA weight, dilution sample, precision, bias, factor, calibration curve, instrument WLag
concentration calibration 7 5 sgfutsAMITTU 0.06% - 0.099% , 0.1% - 0.99%, 1.0% -4.99%,
5.0% -9.99% wag 111N 10 Feanunsauszifiuaunaiand eunugasanadudud 0.06% - 0.1%
AVNARIALAADY 8, 7, 6, 4 uaz 3 Waddud auddudsihuuadunadirainndoudiuaiadnuiie
Y99n15UsEiuluTOU

ansunauIeluTgusle

THhduteyalunsadrsrnud esfudumsnsialingest efigeaiuazdudud i nsianldly
msnaaeuInfianugndes wiudh Undedie aunsaaeunduld andeliuds lunsmiu wasdsduld
NOYINYVRINTIIVINTNYAT AUnsyvUayelAle w.e. 2518 LLﬁ”lﬁULﬁmauIm&JWimwﬁ’aﬁaﬂEJ (atudl 2)
W.A. 2550

ANUBUAN

seaddeatuil egngldlassnsiansruunIsfusesnIgIUNIATINABUAMA N AL
1IRTFINENA WHUNUITEIEee WaszuunsnTIafusesgunndadensnaniieainansgiuuas
gnszAuAnN Nl AN sTuYssmalne lasunuatdvayuainnemuduasuingimansideunas
winnssu drinnuanenssumsdnasiineimans Ieuazuinnssy (@nad.) awnseaniduaulddnsa
puingUszasd Mennutewmanan yarainsuazidmiing nquiseinunsied nesiseauniade
MsHARNINITAYAS nadrnnnees Atglumssidunisisluduenans maeSeusiesne way
Fudunside angiteTwevounnan w Tonial
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Method Validation of Citrate Insoluble Phosphate in Phosphatic
Fertilizers Chemical Organic Fertilizers and Rock Phosphates

WUATY ATITNA  ANNT maulng  dumnius yulus
Janejira Teweswarakul — Supakorn Duanyai  Nanthakhan Khunhon

nauITeNYRLAL nea3 eI TuNTHANNIINSINYAS

ABSTRACT
Reporting of phosphatic fertilizers must be available form that is differentiate of total
phosphorus and citrate insoluble phosphate (%CIP,0s) by AOAC 963.03. Study on method
validation as Limit of Detection (LOD) Limit of Quantity (LOQ) Range Linearity Precision Uncertainty
in calciumphosphate ammoniumphosphate chemical fertilizers organic chemical fertilizers and
Rock Phosphates at low medium high concentration study on ruggedness. This study found that
LOD and LOQ were 0.02 and 0.06. Range were 0.5, 1, 2, 3,4, 5, 6 and 7 mg.L’1 and Correlation
Coefficient of Linearity (r) was 0.9999 passed criteria. Proving of precision by HorRat at low were
1.23, 1.27, 0.68, 1.18 medium were 0.75, 1.26, 1.19, 1.19 and high were 0.41, 0.38, 0.85, 0.58.
Uncertainty at low medium and high were 0.03 1.10 and 3.30 respectively. No significant of
presonnal comparison and ruggedness by effects of changed environments. In conclusion AOAC
963.03 was suitable for analysis of citrate insoluble of chemical phosphatic fertilizer organic
chemical fertilizer and Rock phosphate
Keyword: Method validation, Citrate Insoluble Phosphate
UNANED
MsTenuraTesgilereanaiatufesnsmiluguresanudulsslond wildanuasia
yesUSauoanefataun (96TP,0s) wazdSunamearesailiavarsluasazarsuenludondingm
(%CIP,05) Tne¥531n3g1u AOAC 963.03 msraaeuniwililivesislasnismeaninanfianunsaiiaszsils
(LOD) ﬁwﬁwqmﬁmmmswmﬂ@f (LOQ) Arudutuluraldeay (Range) ¥ramnuduidunss (Linearity)
AL Es (Precision) Aranulaiuiueu (Uncertainty) ludsinfiunai@oumoaia Jownduouluien
woauin Jeduvieiednazlofiurean Aanmdudusedud naruargs nieuimaaeuauasmy
29939 (Ruggedness) wan1sAnwlaml LOD way LOQ wihiu 0.02 wag 0.06 mua1su anudsntulugig
1997 (Range) A® 0.5, 1, 2, 3, 4, 5, 6 Lag 7 mg.L? mamwmﬂmaumq (Linearity) Tﬁauﬂ'ﬁ y&nd
AVAUINTUS (1) WAU 0.9999 HuNaIBaNSY Waﬁ]ummm&mmﬂmimm HorRat fiszsiusi 1.23, 1.27,
0.68 Wy 1.18 naawiniu 0.75, 1.26, 1.19 uag 1.19 g9 0.41, 0.38, 0.85 Uag 0.58 Aauliitueud
sEAUAN NaNdLAzge WITAU 0.03 1.10 Way 3.30 MudIRU TinuANLANA1IYDINNTNARBUTENIN
ynans liflwansgnunnmaasunlasanmuasdunnden 39agUliinis AOAC 963.03 daumnga
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dmfumsleneimuiinamearledailiazaelumsormoneludenBwsvlusogslowd Jeduriend
uayJeAunodvin

Addny: nravaeuauldliveds, WeanedailiaraneluasazarsueludonGingm

AL

{Jewoanla3a (Phosphorus fertilizers) fie JoilvismmeanazlugUveieulossunsamearosn
yioindenoauasine (ssenswazanz, 2556) uuwunsazanelfifudufiazarsyi(water Soluble
Phosphate : WSP) dauflazareluaisazarswenlaniloudnsn(Citrate Soluble Phosphate : CSP) wa
dwiliarangluasavansueslaiflon@nm (Citrate Insoluble Phosphate : CIP)

nmswseudenean lnsazarefuroansiiansadaiiain (acidulation) vnlAaluleyies
wWoanfiuszneufeunadenluluneama Gudu wazlelnsiougeslsd mnthunyiujasendu
nsnvloama3ninsasi axldifuduidaguosean (0-40-0) Fvhuizenfunsavieanie3ninsngeasls
Huvsudlagasleauin (0-96-0) uandleyUaoamnkiunszuiunsdausnseniuagldnsanoanoda
waziitaliazainadonisldau eldfinsusugastildauldinedu lnsnsfuuenludsasldly
nsanleanesafild vliuenludedifudluiuausadluumiveadelulunoaisld Sailied
NunsruIunsRanasenitwesludeuoas AdeuldiuuinAs Monoammonium phosphate
(12-60-0), Diammonium phosphate (18-46-0) wanid oinsaneanes aunssmeloi1eonagldidu
guaseaneauedn duileidunrndnluayldidudsuouludenindvoama 1y 10-34-0, 11-37-0
soudeeidugns 16-20-0, 10-45-0 uay 11-44-0 FsnannmsiduneslinieaslunsaveanioIanas
gulosrleanleiauadnil vilyiiAnansusznau (ALFe)NHHF,PO, (Akiyama and Ando, 1972) Faifuguil
liagangluthuarasanslumsaransuanluidosinalfifissnisd Snnisimnnrietosiuagiv
aruiansvesiiuneamnitanldiduingiulunisnantug pHuszsveznanafusenladle deasie
mundudselovivesoneanesaindnls lnsarsuszneudananaansaasusdidunesluien
voawlsldegrafiiafiosnnilgamail 155 °C (Akiyama and Ando, 1972) 3afinasiliasana1omugy
vosoaniiliiaransluasaransuenludenfnsmgs uenaninsihfuleamnnazaelunsalusin
yilhiAnd vlulnsweangUsineg deinasdgasidu xx-0 lneddadiuveslulnsiauuazsloanesa
TudSuadivindu wu 20-20-0 WWudu YefiAnainnssuisindnundrsfutuanansthuaauyindy
1o NPK gn3snsqlavioly daarnnsniendoneasin wuinuiinumeanedadliazareluasazans
LaULULHUTLHTN (9%CIP,Os) ‘ﬁlwuiuil LA ULANaINa15UTEN0U (ALFe)NHHFPO, 7i1AR27N
N3UILNT wet process vosijouanludonlndnoampiiannsoazareliluasazaroussluiondingm
Ififtssunsdin dmdulefureamndunuinguues %CP,0s oglusuves Tri-Calciumphosphate
fetufuusinausosmvdfegluiueamniu uazdmiuludogeimoamntiuziues %CIP,0s aglu
5U84 Tri-Caciumphosphate Lﬂiuﬁmﬁ’uuaﬂmﬂﬁé’ﬂﬁ%’waﬂiwumﬂ?\laLaai‘ﬁtﬁumlﬂiuﬂaﬁﬂﬁ’m
dmfuiduniondialuinny %CP,0s lutFunmiian vaediledunidminyenszg ntunuinl
%CIP,0s lusEAUga \insnndeg1sUsznaudie wwendns (By Product by slaughter house) 1
nazgndni Felisuvadlnsueadesmoauiniiazanouildog Tuavinliiedudsindinannzgnil %CIP,0s
TuszAugauiu
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n1seusInemiseanesdludeynuiadessienuluguvesanudulslevddmlann
nan19eIUsINuNeanasa LA (Total Phosphorus : TP) wazUsunavleanesadn llazaruluaisazane
uoaluilendinsn (Citrate Insoluble Phosphate : CIP)

ansavangueuludondingy pH 7.0 wisuldannisazanenindnsnuaviedlanile Iameiu 2 5U
Ao worlulleulaiudn wazwonlullonlasiudn denmd 1 uas 2

(0] OH 0 OH
(0] (o] 0 (0]
+ (2) NH3 L ) ;
HO OH ammonia O o
H H
NH,"

citric acid

ammonium citrate dibasic

A 1 wansuisennisiinaisazatouwenludendasvlawdn

+

NH,
0 OH 0 o}
0 0 o) 0
T aNms - ~NH'
HO OH ammonia 0 0
H H
citric acid NH,"

ammonium citrate tribasic

a aaa a I a a
AN 2 LLﬁ@QUQﬂiﬁJ’]ﬂWiLﬂﬂﬁWiagaqEJLLB@JIEJLUEJEJ“EILG]iVI‘lGﬁLUﬁﬂ

Feangasluanavesansesmulainansainaadadouduuantosuidulsyy 2+ wu Ca*
Mg Fe? 1g Fefimavinluinpainniisiunulessunsnanaunsaazaialauintiu (USDA, 2018) Aanni 3
o]

o
0 \
o} o o
o] o] H
) I/,, ", «\\‘\\\\ +
NH,* + owmtoax R —— HO /'M'\ 2 NS X
e} o) (L 0
H
NH,* . . Inorganic
. . _— norganic _ 0 Ammonium Salt
Ammonium Citrate (tribasic) Micronutrient Salt o) \\

Chelated
Micronutrient Salt

o a a v i Aa = a a
AINN 3 LLﬁ@\‘iﬂ']iLﬂG‘Iﬁqiﬂj\‘i“ﬂf@lﬁgﬁqqﬂi@@@u‘muﬂizﬂ‘U'ﬂﬂLLa%LL@@JI@JLUEJ@J‘EILG]iV]IG]iLUﬁﬂ

35 AOAC official method 963.03 AgldLo13ufiazatsih (Water Soluble P : WSP) fiag/lugt
nsaveanasAdasy lulukraeuneawntazsanilauneasn (Womer, et al, 2002) wazansaraie
weslunfleudinsnean (Citrate Soluble P : CSP) dnwuluguresarsusznaulaunai@uuvloan wan
wazergivulonm nuiweadeulaseamnuisduii avunsaazaisld (Womer, et al, 2002)
pavarTaratslauludeudinsy pH 7.0 mﬁmﬁmgﬂﬁlﬂazaw (Citrate Insoluble Phosphate: CIP)
oA ansuszneulmsuaaiBeumeain weulensaveundnuavergiituuasdvosesmilndflianunsn
azanglaludefiuoaa (Womer, et al,, 2002) Mniuthnzneuildludesiftethuniinsesiviuiun
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[

woanofadliazareluasazarsuenludondingm (Latimer, 2019) tadeiidnaronsiiased uiy
fwwﬁﬂﬁaa&J'NﬁﬁﬂﬂmaawﬁmﬁuaqLﬂﬁaiuafliazawﬁ'gasmﬂaﬁ?u pH vesasazauuauluHeNTATY
gaungfl ATwandeaveteyniaiiegns MmNt NzYesasaraty wouluidesBnmrieszernan
fifetnsegluaisavaroussluiondiagm (Jacob, et al, 1932) mnuazidonvesiiet1siald uas
528£181N15419 (Jonhson and Farley, 1982) Annsuazane (2561) lavinisnsiaaeuninuldlnves
Wianwivearedadiliararsluasararouneuluilondingm (%CIP,0s) n1u AOAC Official Method
963.03 \W3BuITEUAUATUsENEInsETIaNumsLazannsal wuinld LOD vewidesds i 0.02 uas
0.012 %CIP,05 LOQ 93¥isdas33 11y 0.09 uag 0.04 wiouvisldniuiiisswesisiinsevivisaes
sz nansuazgeuINaeINMIIRNTUMAINATEILATNA

e nmsinseidaeisussniansennanuasuarannial wuiiludiedeleduniondid
dutsznavvainszgnuaztefiueamntulfszernatlumawisuiegafion1sinsesiuiuannn
4 Falus wazandeyansUFeuiiisuisiinszinuinitues AOAC official method 963.03 asnsnan
SYUAINTASINF0E 1 LNENTIATIZI (19U3, 2564) ftupeuMT e eilndfssiuisilyinuass
Tudlagdu Feldunenisiendnunhnisnseaeuaaldlieesds nfeuiadnwvinansznuainnsg
WasuuasanzuardwindeuvesisiiasgimuTinaloaredad luazarsluealudeudingm
Tueinddunidiniuaziuvean olinadinszsidainugndes uludl undede uazensediu
wesufuinisliluunsgiuannamieniu

4 ad
UNIAUALIZNIT

1. wissyanswail gunsaldmiunsiasient
&154A3l - Ammonium hydroxide 28 - 29% NHs(NH4OH), AR grade
- Ammonium metavanadate (NHgVO3), AR grade
- Ammonium molybdate[(NHg)sMo7O44H,0], AR grade
- Citric acid (CgHgO7 .H,0), AR grade
- Nitric acid 69 - 70% (HNOs), AR grade
- Perchloric acid 69 - 72% (HClOy), AR grade
- Potassium dihydrogen phosphate (KH,POy), AR grade
Fangunsal- wedesdslifimedon 4 dumis
- 1584 Hot plate
~ 1p503 uv-visible spectrophotometer
- Suction pump
- Shaker water bath
- Hot plate
- ipdpsuiuarTanduaililunsiiasgh
2. wigumagaly
2.1 wipndegsewed Tasutsmnuesdusznavvesil fall
(a) Sample Blank : Jeipilgns (13-0-46)

(b) Yerniinfiupadeueamnduosiusznou
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- 71 %CIP,05 52U (0.1%) : Jogasiane (15-15-15)
- 7 %CIP,05 s¥dUNANY (6.8%): ansunssnilasuaaisumoaniil %CIP,Os = 6.8%
- 71 %CIP,0s S¥UEY (23.0%): assnnsgulasuaaidesmleandisl %CIP,05 = 23%
(o) Jereiiifuenludonrloamindussdusznou
- 71 %CIP,0s 5EAUA (0.1%) : Yelaueslaonvloaiia (18-46-0)
- 71 9%CIP,05 s¥dUNANS (3.0%) : Jelnauelaniouvoann (16-20-0)
- 71 9%CIP,0s SEiugs (6.0%) : Uelndueslauoumioaiyin (10-45-0)
2.2 wissegneleBurFoiadl Inoutenusedy %CIP,0s fall
(a) YeBuvideiadl 71 %CIP,0s s¥UM (0.1%) : JoBuvioiniigns 6-3-3
(b) YeBuvizeras] 71 %CIP,0s siunana (4%) : Jeduvoiatians 3-14-0 (Junsgn)
() YeBuveindl 71 %CIP0s sedugs (6%) : Jeduvieietigns 8-4-0 {Junszgn)
2.3 wushegnatafunoamn Tneutamusziu %CIP,0s fail
(a) Yeiumoaun 7 9%CIP,0s SeiUA1 (<20%) : Ueiiuneainaiisl %CIP,Os = 17%
(b) eiiueainn 71 %CIP,0s sEduNas (20%) : Ueiuaamiaiisl %CIP,05 =20%
(o) Jofiumaain 71 %CIP,0s SeAUG (>20%) : YoTiuwaamniid %CIP,0s =24%
3. WwFsudegwsdmiunsiinsgimuiunameanefailiazarslumsazarsuonluidendingm
Tnethshegslude 2 vhnsinieuietns fe3suinsgiu AOAC 963.03 fail
3.1 Remove H,0-soluble P05 (AOAC 977.01) Tnedssaoenstlouszanas 1 nfu nsessiu
nszaunsaNUes 1 denznaudiesnsdeindurunseislduiings filtrant 250 fadans Feansldiom
LAy 1 9. Sennduiudomnsesheiniesnsesaninia mnagneutuliifiy HNO; 1-2 Tadadnsudy
Usuusuasilu 250 fadans
3.2 Remove Citrate soluble P,05 (AOAC 963.03) Ynsyanunsesiildain 3.1 iiuansazans
weulanflodimsniidunans werflgumad 65 esrwadea Wunan 1 Falusanidunsesiunsgans
nspaued 5 Meirieansaqmaine niousdedetigumgll 65 ssmeaieaviogenin aunaidd
U3uns 350 fladans MnduthaeneuiildlurhnmsgesnaiBinasgu AOAC 957.028 dely
3.3 YMTIATRMARiin %CIP,0s 1neas Spectrophotometric Molybdovanadophosphate
Method (960.03D) Juiindeya
4. Ainw1 LOD LOQ Range Linearity TudJaiadl sunsdiniluasAurloanaiisl %CIP,0s s
4.1 Anw1UndAnlun1snsaany (Limit of Detection; LOD) Iadnriatun1simdausuna (Limit
of Quantitation; LOQ) Tudesall 13-0-46 (Sample Blank) Anwtaspnudududineasu (Range) /
ANFUNUSLTUEUATS (Linearity) 2899290159 UAN e INaNIENUY0UUNING (matrix effects)
4.2 finw Precision lusogsijoiniignaiaue (15-15-15) 8l %CIP,0s /1 (0.1%)
4.3 Anwn Precision Tushegsilouesluilesmaaiin (18-6-0) immndadusesium (0.1%CIP,05)
4.4 finw Precision YestluBuvFeadl (6-3-3) immiduduseiusi (0.1%CIP,05)
4.5 finwn Precision weatlefiumeainn (0-3-0) Amnuiduduszdus (<209%CIP,05)
5. WA Trueness wa Precision luasunsgulasunaideuoas nieuviadnu Precision Tutleiad
duvddinfiuaziiureaing Nszduanututunans
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5.1 Ainw1 Trueness maa&hasi'mﬁﬁmslﬁmm'ﬁmmgmimmat,%EJ;JWaaLWm (Spiked Tricalciumphosphate
samples) fiemududusziunans (6.8%CIP,0s)

5.2 finw Precision ﬁuaqéhasjN‘ﬁﬁmilﬁmmimmgwulmlma@wvxlaamlm (Spiked Tricalciumphosphate
samples) fienududusziunans (6.8%CIP,0s)

5.3 finw Precision vostaiedlTnduenlandleameaiin (16-20-0) Ainnuidduszsunans (3%CIP0s)

5.4 finw Precision waateBuvieiadl (3-14-0) Aimnuidudusziunans (49%CIP,0s)

5.5 fnw Precision waatlfiumeainn (0-3-0) Amnuiduduszdunans (20%CIP,0s)
6. W Trueness Waw Precision luansinasgiulasunaiurloain wiossisdnu Precision lulloindl
Suvidintiuasiiureainn Asziuanududugs

6.1 Ainwn Trueness vosanamsulasuaadeumeamniiaududusfugs (23%CIP,05)

6.2 Ainw Precision vesansmsgUlnsuaadueaaiiamduiuseiugs (23%CIP,05)

6.3 Ainw Precision vesifoiafiuanludoameainin (10-45-0) finnududuseiugs (5%CIP,0s)

6.4 Anw1 Precision vesleduvFeiadl (8-4-0) aududuseiugs (6%CIP,0)

6.5 Ainw1 Precision vaslafiumioayin (0-3-0) inrandudiusziunats (>20%CIP,0s)
7. WisuiflsuAiinsgsiviinunoanesailiazarsluasazarsuenluifondinsvlul siusloais
Tasyaansdu len1sinwiassiidendnuidofiunoamadosndudoilli %cP asan deasd
sensitivity 3NnNIsedUdU Tinswilasunsandamun Yaes ntuthanfinnsan tealster fisedu
anuifeshidenay 95 wSewviesviinism precision wavUssdulagldinast HorRat<1.3
8. Usziluraulunuueuuesn1sin (%Relative Measurement uncertainty)
9. Ainseriteyauardnvhanesu tnevhmsieseideyanneads efuneuazazuna wiewisday
nenunnseaeuauldldveisiengivnuinareaesadiliazarslusmsaransueslinidondingm
Tudewil Bunsdinliuazdeiiunaaiis
10. Anwwansgnuanmaudsuuasannzuardsnadenveisinnimuinaeaesailiazas
Tuweslniles@inm luloidBuvidiaduasfuneaminiidsziu %CIP,0s g1 Taedl 7 fuus S 8 Mveaes

5282987 SUA 1 naAu 2564 f?fijuqm 30 AuLIEU 2566
daudivnsnaass
nAUNWITETEUUATIIEUAMA MY NFaITeINYRTIAY
NOIUNAIUITITUNITNEANNNITINEAT NTUIINITNYAT
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NANITNAADILAZIANTAL
PnMEMAlSiAN LOD LOQ Range/Linearity ranaiiient (precision) 715z usinnans UAYEa # W57 12 e 3

msfmﬁ 1 u&@me %CIP,0s LOD LOQ Range Linearity HorRat at Low

vilale %CIP,Os LOD LOQ Range Linear %Recovery HorRat U
fianudadussaum
ﬂ&JLﬂﬁ (15-15-15) 0.1 0.02 0.06 0.9999 0.9999 - 1.23 0.03
Joinilueuluiloy 01 002 0.06 - 1.27

WodaLns (18-46-0)

JoBunseinil (6-3-3) 01 002 0.06 - 0.68

Uodiuroann (0-3-0) <20 1.63 5.43 - 1.18

mi’l\‘lﬁ 2 udna %CIP,Os %Recovery and HorRat at medium and high

viady %CIP,Os  %Recovery HorRat U
finnaududusziunans
Spike Tricalcium Phosphates 6.8 100.00 0.75 1.10
Joipiluoulunilounading (16-20-0) 3.0 - 1.26
Jodunseadl (3-14-0) 4.0 - 1.19
Jeunoann (0-3-0) 20 - 1.19
Spike Tricalcium Phosphates 6.8 100.00 0.75

mi’l\‘lﬁ 3 wene %CIP,Os %Recovery and HorRat at medium and high
wilaly %CIP,0s  %Recovery HorRat U

fnnudutusziugs
Tricalcium Phosphates 23 100.57 0.41 3.30
Jowniluouluideamaaimn (10-45-0) 5 - 0.38
Jodun3endl (8-4-0) 6.0 - 0.85
Jeitunadina (0-3-0) 24 - 0.58
Yeuneains (0-3-0) 24 - 0.60

I u19a 10U Ygyuas

PMNNSIUSEUTIBU tcal>tar ¥89ATIATIER %CIP,0s wunbiuananeiy (P>0.05) AnwiA1adng
Twdusudiszaus nang wazds 0.03, 1.10 uay 3.30% WIMAEEUAIILAINUYDITS (Ruggedness)
TnefnwnansznuanmMsdsunlasannzuasasnndenvadsiassimusnameanesadildazans
Tuwesludoudinsm ludoiadidunisinduaziuneamafidszdu %aP0s g laofl 7§ s $1uou 8
mMaveaes faanslumsedt 4 uay 5 Idamsvaaes fuanduned 6
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a519T 4 Ruggedness test 7 factors

Factor

Normal (A-G)

Change(a-g)

A m m O N © >

. pH>7.0

: volume of wsp (ml.)

S rpm

: shaker time (min.)

: wait for suction (min.)
: volume of csp (ml.)
: temp. distilled water°C

.
250
60
150
0
350
65

7.1
245
55
140
5
340
60

A514 5 Ruggedness test 7 factors and 8 analysts

analyst Symbol Design

1 A B CD E F G pH7.0, wsp 250, 60 min, 150 rpm, O min, csp 350 ml., 65°C
2 A B c D e f ¢ pH7.0, wsp 250, 55 min, 150 rpm, 5 min, csp 340 ml., 60°C
3 A b Cd E f ¢ pH7.0, wsp 240, 60 min, 140 rpm, 0 min, csp 340 ml., 60°C
aq A b cd e F G pH7.0, wsp 240, 55 min, 140 rpm, 5 min, csp 350 ml., 65°C
5 a B Cd e F ¢ pH71 wsp 250, 60 min, 140 rpm, 5 min, csp 350 ml., 60°C
6 a B cd E f G pH7.1L wsp 250,55 min, 140 rpm, 0 min, csp 340 ml., 65°C
7 a b CD e f G pH7L wsp 240, 60 min, 150 rpm, 5 min, csp 340 ml., 65°C
8 a b c D E F ¢ pH7.1 wsp 240, 55 min, 150 rpm, O min, csp 350 ml., 60°C

A1519% 6 %CIP,Osof Tricalciumphosphate Ammoniumphosphate(10-45-0) Bone meal(3-14-0) and
Rock phosphate(0-3-0)

Tricalcium Ammoniumphosphate Bone meal Rock Phosphate

phosphate 10-45-0 3-14-0 0-3-0
2291 4.72 4.30 24.40
22.57 a.77 4.43 24.24
22.11 4.65 4.40 24.69
22.33 4.49 4.52 24.72
22.71 4.65 4.51 25.10
22.34 4.84 4.07 24.32
23.26 4.83 4.32 23.83
22.41 5.03 4.44 24.66

MnMsAnEIMUITIluEaDE1e Tricalciumphosphate (239%CIP,0s) Jowauludeuoainn (10-
45-0, 59%CIP,0s) (B unIeiall/n3znn(3-14-0, 4%CIP,05) uazlsfiuoaima (0-3-0, 24%CIP,Os) tu
TuaTnsziii llunne ety (P>0.05) winseiefinsiUdeunvasnnzwndenlydiesdu pH ves
asazansuoliniendinem USinesimdennnsdrsendiuvemieaneaiiazatethesn szeziaainis
g1 AILEITEUVBINIINEN SrEvna1Tensatendufillazats Usunsfilddausunameanesad
avanglumsavasuenludendosm gamafihildlumawisusios
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A15197t 7 The effect of change in level for 7 factors for factors for analytical of %CIP,Os of
Tricalciumphosphate Ammoniumphosphate(10-45-0) Bone meal(3-14-0) and
Rock phosphate(0-3-0)

Value of change

Ammonium Rock phosphate
Tricalcium phosphate Bone meal (3- (0-3-0)
phosphate (10-45-0) 14-0)
[R1+R2+R3+R4] R5+R6+R7+R8]
-0.2000 -0.1800 0.0525 0.0350
R1+R2+R5+R6 R3+R4+R7+R8
By [ ] ] 0.1050 -0.0050 -0.0675 0.0400
R1+R2+R5+R7 R3+R4+R6+R8
[ ] ] 0.5650 -0.0100 0.0575 -0.2050
R1+R2+R7+R8 R3+R4+R5+R6
Eo= [ ] ] 0.4150 0.1800 0.0225 -0.4250
R1+R3+R6+R8 R2+R4+R5+R7
[ ] ] -0.2750 0.1250 -0.1675 0.0450
R1+R4+R5+R8 R2+R3+R6+R7
[ ] ] 0.0200 -0.0500 0.1625 0.4500
R1+R4+R6+R7 R2+R3+R5+R6
[ ] ] 0.2600 -0.0550 -0.1175 -0.3550
EZ
0.6861 0.0861 0.0794 0.5560
0.4428 0.1568 0.1506 0.3986
x/f xS 0.6261 0.2218 0.2130 0.5637

wivadif e arsnaudtsvesdadasagwudn lun1siiasen %aP,0s luansuinsgiu
Insueadamloaanuintadoffinadendinsgiinniigade ssoznaivgn uif) Joussiladey
woawln (10-45-0) Yadeffnasnniigade anusrseuveanisiven (pm.) JeduvFeiail/nszgn wui
Hasufifnaunigade Uimanhiflilutuneunisdraeaneafiavarsluasarasuenluidondinsy
wazdwiudefureamatunuintadefifnafevsuaniildludunounisdraeanssaiiazaisly
arsazarsuesldondinm SsagUldiimaud suasanuiiead niedliifinasie %aP,0s Aiaszilsse
78 AOAC 963,03

dgunan1Innasg

9NMIANYIAT LOD = 0.02 LOQ =0.06 Ragne/Linearity ¥3apuidiudufi 0.5,1,2,3,4,5,6 wae 7
me L sy AvSanduiug () = 0.9999 Wlevihmsnageunaniies (precision) lulloiedl sunieini
wazfurloaiiafissium nansuargenuInkiunmet HorRat < 1.3 wavue Wethunmnaeudediinsisy
ansaunuithifauuaneig (P>0.05) Araruililtueuresnsiases Asedus 0.03 nas 1.10 uag
49 3.30% nAaeU Ruggedness wuhmsasuulaniisadntesvedaseludunounsiniousegndlsl
fuadmiunmsiinngimuTnaeaneailiazarsluamsazarswouludondingmingds 963.03 02
yhusaferfuiuaninsuazamy (2561) Ainudn LOD = 0.02 uar LOQ = 0.09 wiewvsldanniead
sEAUAT nansuargeHUINAEiNMsEeLUMLINASHILaNa danusanzandmiulilunnsm %CP,0s
Tutownd Suvddinfluaziurleain vieiins@nu Trueness vesansnasylnsuaadeureamalddmsy
msenuaunuluiesUfinsinnsitnduideinunsediviniy
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ANUBUAN

nuveUNsEANLLBIYY fennemanguiteinumsiall Fvthnquauimusyuunseaey
Aun iy 1 Qo fiy Aldldauusilunuidetud veveuamininermanssignis UoRnis
saradmiiivshngumuasinelildfenideildsumsatuayusudssnaduinemans 33
warudRNTIy (1Y) MunTEUMSAYUANUIIWITEYag U (Fundamental Fund) 31nd1dneu
AMZNIIUNTALATUINGIMIENTITOLATUINNTTU (@NE7.) VBINTUIVINITNENT ﬁaﬁuaummi%’aéﬁuﬁ
inlnemaendwaliauideduidniagaluldfed vensureunszanan  itde

AsunauIeIUTgUs e v

WesluRnsiiesendenianiasgiasiensu suviaddn dnfinw dndvinisidanuaulaluau

6 +

ANUNTHATIEVUe

9

LONE15919D4
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nsradauauldlduaditiaszlabsunazateinluledunsd
Method Validation of Water-Soluble Sodium in Organic Fertilizer

qI93ad ATNevduns s AN ANINT Ay

Suwannee Sritongin - Chadaporn Khongnam  Supakorn Duanyai

NANIFENLATLAL NN TITINTHENNIINSNEAS

ABSTRACT

Method validation of water-soluble sodium in organic fertilizer by Flame Photometric
Method. Verifying by analyzing various values, including Range, Linearity, Accuracy, Precision, Limit
of detection (LOD), Limit of Quantitation (LOQ), Matrix effect, evaluating uncertainty of
measurement and ruggedness. The results of analysis showed the acceptance criteria.
The result of LOD 0.02 %Na and LOQ and 0.25 % Na. Matrix effect was not affected by the
substance characteristics. Measurement uncertainty value at low, medium and high concentration
levels equal to + 0.01%, + 0.06 % and + 0.11 % respectively. The robustness of the method found
that that changes in conditions and the environment of the analysis was not affected.

Keywords: Organic fertilizer, water-soluble sodium, Method validation

UNANED

nsnsavaeumldlivesisinseilefisufiazariluledunse 1ne Flame Photometric
Method vinnsasavaeuauldlaainnisitasziaiaieg laun Range Linearity Accuracy Precision
LOD LOQ Matrix effect Usgiiiuaranuliduiuouasin1sin LagAuaAsmmuYesis 9INnISNAaaunuin
Range Linearity Accuracy kag Precision MU ST NSERNTUR anuA A1 LOD way LOQ 111y
0.02 %Na waz 0.25 %Na Matrix effect liifinansenuandneaeiioans Arnuldudueuvenisin
fszAuanududusn nans WATEs WU £ 0.01%, + 0.06 % Uag = 0.11 % AIUEIFU N1TNAFDY
AMUAIUTDS WU siUAsunlasaney wardandenvesnsmageuldfinansenu

Frdndny: Joduvdd, Tadewiiaraneth, nsmaouaraldldvedis
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unin
TndendusaiidesdimaihseYdudmanwaissanindeveduieutuiandinisazare

167 wazganansadldunuiineaidonnazuundi@oslufuld Audifledoulossudimnannnaziinase
audAnieanenInvesiukaznIsRsRUlavesity Ao duasunisilinszareveseuniafuviewinlvinu
Sadunanihduiiuendslivnsaudenisisydulavesfivsudsianssuveiunisiu uenani
fuAnaudufivuarnsnaunausinewnsituisdald (rarasdmenyigiane, 2508) fadu ulfud
nsliedunidifesssinss Tusinaledonfiazarstiuasainmsilaihwesledunisiiluldmame
p19adaHAnsEMUsauTEUgNld 91nn1sAnwIves Gao et al. (2018) IfUTauriivunavasnisldie

Re

fuaudARuusUsznns nuiBnalndeslunsladendsmiunmslddeildnnyavy wazyat sty
ninmsladeiniliiiesegusetagalveddsy

n3ved ungifoudedunisiunsuisnisinunsniunes 35 wis wsulo we. 2518 uily
diandslas ws.ule (@iufl 2) na. 2550 vensdlifuledunidmamesfuledunidvas Wnind
fosfansanuTualedon (Na) vestedunisinshintunsdeudosdviunliifuionas 1 aetmin
(5197991ylUnw, 2555) Fadlagiunguideinuasiafilddudunsinseiladenlagldinada Flame
photometric (1AW, 2560) Tnedliilivinmsnsiaaeuanuldliuesis Jududsdhdydniu
nsgvauMTIeTey Sndudesiuiumsfnuiluadsdiieldannsotilaldinsmenunainsey
fAugnAeY WU ANUNINTFIUNTIATILANAGBUVBIAING

gUnIalLazIzNTg

1. fegrluBunsd
2. Jane19895uses
Potassium chloride (BCR 113) ; 1.53 + 0.02 %Na
3. a3esdsluimaden ¢ suv
4. Lﬂ%lm Flame Photometer
5. @5LAdl
5.1 Sodium standard solution 1000 mg/L Na
5.2 Sodium Chloride, AR grade
6. NTEANENTBUUDS 1
7. s U 3, 5, 6, 9, 12 wag 15 Jadans
8. \nseauiuaztandug ldlunismaans
w/MS
1. fmndsudedunisamiunistienet Tnsliasevaquuiinalsfouiiazaredn fsedu
AR (0.25 %Na), naa (3.00 %Na) WAz (6.00 %Na)
2. MswseNasaratemegeledunsd
Faegnesau 1xoox ndu ldraninusinasuunn 250 Jadans WutnauySua 100 fadans

[V Y
Y

A9y 12 Flas USuusunnsameuinay wenlmannu ana1sazaieingnay NI9IUnsEANENsaNUes 1
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3. MwTiUsnalndenfiazaeiluledunis suisussmanssnsanuasuazannsal
(swRaayiune, 2559) Tngthansazaneiiegsodunidininuiiumduveaias fmelasos
Flame Photometer 7 A213819A3 U 589.6 unluluns wiaadutuvesaisazatedaeg e lag
W3Iguiiguiu Standard curve wagdufinnan1s A IE
NSANUIN

mg
(T from standard Cur\/e) x dilution factor

% Na = x 100
wt. of sample (g) x 10°

4. msnsraaeuauldlivesislinneiusinalufeufiazareluledunie

4.1 mymAanududunse (inearity)

Taraeg190 o8 unI gl a5 deen13@nun (Sample blank) 112U 13000 N3
Wuansazarsansgulaien 9 seduaududy laun 0, 0.5, 3, 6,9, 12, 15, 20 wag 25 me/L
arunduduay 3 41 dudumniude 2 uasdo 3 Tufindeya mﬂuuaiwﬂimiwmwmmmeumaa
a1savatgu1nIgIulefey (LN X) LarAIAI1ULUYBILaY (Reading) fig1uanna3 g (wnu y) bay
FuIduUsEana anduwus (Correlation coefficient : r) INANNSHONSU 1 > 0.995 (APHA, AWWA
and WEF, 2017)

4.2 AM3EUTUANUNLNZENTDIUITU (Instrument working range)

1 sample blank 119U 100 N3 WRNATazaEIMsgIleden 7 seduananduty
164 0,05, 3, 6,9, 12 uag 15 mg/L Anududuag 3 41 dudunisaude 2 wasde 3 tuiindoya
nntduadansmsgninsdiadoanududuresiegsiiinasinsguladen wnu X) uazaAiads
AduveLal (Reading) fie1uannia3es Ny y) wazFuamdulsyans anduius (Correlation
coefficient : r) LNEINIFEBUTU 1 > 0.995

4.3 MIUIHUBUNTINUINTFIY matrix effect

as1ansInansazaensgIulaien ANMTNTY 0, 0.5, 3, 6, 9, 12 uar 15 mg/L uae
a¥1ansmannansazanediliannisdasiaegiee (sample blank) uasifivansazateanasgiuleion
ANITNTY 0, 0.5, 3, 6, 9, 12 uag 15 me/L andunismude 2 uazde 3 TuiindeyalIeuiisunsim
1IATFIU INsiN1sEaNdU Ae Autuvensmlansunss ey wagnsmansnsgiuldend i
feensilailansivaaeuseiulaiifiu 10% (NATA, 2018)

4.4 M3UszInIRETigaTiasnsafiaT el (Limit of Detection ; LOD waynsuszana
ﬁﬂ@?ﬂ?jﬂﬁﬂ?ﬂﬁﬂiﬂmmwaﬁ (Limit of Quantization ; LOQ)

3 Sample blank $1121 1.x00x N§2 10 41 fufiunisaude 2 uazde 3 Tuiindeya
AMuamnAadsuaradsauunnsgiu (SD) WieAaadn LOD uaz LOQ (Eurachem, 2014) 91ngns
LOD = x+ 35D LOQ = X+ 10SD

4.5 figdmnugnies wazmnmfississduanududy LOQ wazs

W3ENA15araNeTane198395U58e Potassium chloride (BCR 113) 1.53 + 0.02 %Na loila
AT Uy 0.25 %Na arntudsasazats $9uau 1o N30 sinasiy sample blank 10 €7
Taenaaeuiinansnaiu dudumsade 2 wazde 3 Suiindoya
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4.6 figaimgnees (trueness) wagmniies (precision) fiszdumsididiunans uazgs

Hoansfinsuaifviinmanududus nans uazgs anududuag 10 51 vegeu finan
#ariu Iagld Sodium Chloride lawn Asdutunans 3.0 %Na w3ealagnis Dilute Sodium Chloride
(33.3392 %Na) Fasi998190 88 unTE 100 N§1 wazsEAUAINITLTUES 6.0 %Na Tnen1s Dilute
Sodium Chloride (33.3392 %Na) Fssa819jedund 1.00x n§u dudunsaude 2 wazde 3 duiin
Toya Uszifiuan Trueness last3guliiouail Ld AUA17 $UT89 nasin15oeusy %Recovery
95-105 way 97-103 (AOAC, 2019) wazAasmANaiisalagld HorRat (Horwitz’Ratio) Asigns

HorRat () = _RSD(r)
PRSD(R)

WNeuNEausu : HorRat (1) < 1.3 (AOAC, 2019)
5. UsziluAaulanuueuuesn1sin (Measurement uncertainty)
5.1 99UTmdeYa repeatability vesgunsniuaziaiesileiieldlunismaianulsiuuey
Y84N159A (Measurement uncertainty) MMLHUAIAIUAT WALTINWIRS uncertainty 31NNWNAES figa
Aty A1 nang uazgs
5.2 AMUINAIAIN LU LI UTDILARL LAY
5.3 sauAnalaiuueuanynuvas (combined) Aisedu s nana ga
6. AnwIHANIENUIINNSWAE BuLasEnIvLAYE AWndeuwesiaTinseilafouiiazaneunly
JuBuvsdmen1svageu Ruggedness tnedl 7 s 311w 8 NM15vnaes
6.1 anmzmsvnaeuUnAUSInaninduTiiy 100 Sadans Audminduit 150 Sadans
6.2 anmnznisnaaeuUninatlunisieiaet e el 12 Falus fuan1ned WA sunad
Fasoenandly 18 Falus
63 annznisvaaauUn@inisnsesiiog19iuil fuan1izdasunlainsesdiag g
wdsanfals 5 undi
6.4 annzmsvageuUniusinasiiegafinses 50 Hadans Auanefasuulasusunu
Fregnsfinses 75 Nadans
6.5 annymanadeuunanviaveiundunds furiaediunduliunsslus
6.6 ANMEMIVIAEDUUNR AR IANEINTeIi0E19E9NsT 10 unil fuannefiuasundas
s anseneg 198N I 30 Wil
6.7 anmzmveaeuUnATgamgiivasda 25°C Auanneivasuamoamgiivasin 30°C
6.8 44 Potassium chloride (BCR 113) tmiifn 100 1§41 1d vaninuSanasvunn 250 fiadans
6.9 MUUNMTAUTD 2 LAzt 3
6.10 AMuIUNARANLAIFIYTH (E)
6.11 WA15841A E 11NN S : significant sensitive for changes
A1 E 1488n11 S : no significant sensitive for changes
g S = 2/7xL(E2)
7. a3UuarIIgURaNITNAGeY NIBUTATIENAIUANAT InglUTEUBUAUNUAITILATIER
SYHEIAINNTIATIEN TunEUNTIASIERTLUAULUAY warAuLL g e IEAS L

246



[
a [y

FTULLIAN LSUAU MaAL 2565  Augn e 2566

do1uiiinmeaes  nquITeTTUURTIdeUAuA Nl nauITeInYRsIAl

NNYNAIUITITYNITHEANIIAITNYAT

NANISNAADILAZIRT

1. anvaeumuldlaveifivsenusinalsfeufiazarsuiluledunsd
1.1 mamaranuduidunss (linearity) Ingas1ansinsenitennududurosasazaiy

WInsguloien (me/L) (LAY X) uazA1AIuiuvestas (Reading) N1814A1NATEY (AU y) M1Y39AIY
Windundudunss nuireglugie 0, 0.5, 3, 6, 9, 12, 15, 20 uay 25 me/L luden (0mdl 1)

30.00

25.00

y =0.9918x+ 0.0789
r=0.9999

20.00

15.00

Reading

10.00
5.00

0.00
20 25 30

0 5 10 15
mg/L Na

A 1 uansnismAesduidunss (Linearity) veamsiinsisilafosiiazaeiiluleduvie
1.2 mMsguduanungauuinglgau (Instrument working range) W@ente1974 0, 0.5,
3,6,9,12 uaz 15 my/L lotaen 1Wut19n15i991u (working range) HuN1ANUFUNUS 1T aLdu
Correlation coefficient (r) winfiu 1.0000 (AWl 2) Farunausiniseeusy

16.00

14.00

12.00 y=1.0105x-0.0271
r=1.0000

10.00
8.00

Reading

6.00
4.00
2.00

0.00
0 2 4 6 8 10 12 14 16

mg/L Na

AN 2 LARSAUILNEENUD9991F9U (Instrument working range) ¥04n15 A ALSLAYLN

azangluledunsd
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1.3 MaUTeugunsImuInggIu matrix effect WU AIUTUVBINTINEITUINTFIU
Twfen fAindy 1.0105 wag arsuasguledouiiduadlu Sample Blank fauviaiu 0.9861 finm
WANEAAY WINAY 2.44 % wandndimnudusiianulaiifiu 10 % (NATA, 2018) nsla1suinsgiulugaa
0-15 me/L 3dhifinansynuandnuvaiiioas (1wl 3)

18.00
16.00
14.00
12.00

210.00

readin,

8.00

6.00

4.00

2.00

0.00

AN 3 wARINANITIATIERENwEILEENS (Matrix effect) Y9N LAY

1.4 m'ﬁﬂizmmm@i”]ﬁqﬂﬁmmaa?Lﬂi’wﬁlﬁ (Limit of Detection ; LOD Wagn1suszane
ﬂ'm"’waqm‘ﬁ'mmamwmumalﬁ Limit of Quantization : LOQ) 99438 1A ¥ laif udi azaiuun
luleBunidldanade Wiy 0.0155% wazaeudonuuinasgiu Wiy 0.0009% dsdulden LOD
waz LOQ winu 0.0181 %Na wag LOQ winiu 0.0243 %Na

1.5 figarianugndes (Trueness) LazAILLT 89 (Precision) fiseduAIILduTY LOQ,
@1 (0.25 %Na), nand (3.00 %Na) wazda (6.00 %Na) maﬁ%imswﬁimﬁwﬁazmafﬂuﬂs@uw%‘é 1ng
n9iAuTand19893usesadlu sample blank WU31 % Recovery Wag HorRat (Horwitz’s Ratio) 71524y
AULTUT U LOQ, 71 (0.25 %Na), nans (3.00 %Na) wagg e (6.00 %Na) aglurrunusin1syausy
(5197 1)
m‘s'l\‘i‘ﬁ 1 NaNITVNAABY Trueness WaY Precision

o v o HorRat WUNEBUSU
FELAUAMULYNUU % Recovery . o
(LNUNYBUU < 1.3) % Recovery
LOQ wazsn (0.25%Na) 96.35 0.30 95-105
na19 (3.00 %Na) 98.01 0.18 97-103
a3 (6.00 %Na) 97.65 0.23 97-103
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2. Uszilumaulanuueuuesnisin (Measurement uncertainty)
JIUTIUTeYa repeatability vesgunsnluazinsoslaioltluntsmeiauliviusuves
N1337 (Measurement uncertainty) VLN URIN1IUAT (30197 4)

répeatabilty tolerance lingarity  resolution

volumetric flak tolerance repeatability

- - —-— 1a
100 ml tare

temperature FipetSml off center  temp dnft

2 linearity rasolution
repeatbility tolerance ' temperature Fipec 1021
B
volumetne flak gross
ml
off center temp.dnft
temperature

h | |
4 Ed

h 4
2
H

resolution

Reading ————————» regression hine

= randcemn varalion for y.value
F—random varkalion resulling in error

accuracy

1S Calibration Curve

std 0

dilution chain
Precision ppm (std. vol)

AT 4 LEAILUAIUDIAIIUARNALARBUANEINSUAN

PraanuldniusuvaswsazuanUseiiuaauliudueu AsEAUANULTUTUAN NAa

3 il AduTUA1 £0.0037% ANITUTUNANT +£0.0307% UazALTNTUEY £0.0570% AUATTI

el 2 Uncertainty in determination of sodium (0.25 %)

Component Symbol RSU RSU?

1. Precision rep 0.004739 0.000022
2. Weight of sample Msample 0.000288 0.000000
3. Dilution factor Dsample 0.000001 0.000001
4. Calibration curve D.tg 0.008606 0.000074
5. Concentration of Na Co 0.003120 0.000010
6. Reading reading 0.008488 0.000072
7. Bias bias 0.007494 0.000056

izesuz 0.000235

/z RSU? 0.015334

Uncertainty = 0.0037
Expanded uncertainty = 0.01
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Uncertainties in determination of sodium in fertilizer

Final 0.25%

Repeatability

Dilution chain

Weight of Sample

Dilution factor

Reading

Concentration of
Na

Bias

0 0.001 0.002 0.003 0.004 0.005 0.006

0.007

0.008

0.009

Al 5 wrasiinnvesmulikuueutazAIA Ul LI UNIASEIUTBINITIATIE g RELT

avangintudeduvsdnseauauLTNtus
#1327 3 Uncertainty in determination of sodium (3.00 %)

Component Symbol RSU RSU?

1. Precision rep 0.00193 0.000004
2. Weight of sample Msample 0.00358 0.000013
3. Dilution factor Dsample 0.00178 0.000003
4. Calibration curve Dstg 0.00861 0.000074
5. Concentration of Na Co 0.00267 0.000007
6. Reading reading 0.00261 0.000007
ZH:RSUZ 0.00011

O rsve 0.01038

Uncertainty = 0.0307

Expanded uncertainty = 0.06
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Uncertainties in determination of sodium in fertilizer

Final 3.00 %

Repeatability

Dilution chain

Weight of Sample

Dilution factor

Reading

Concentration of Na

u T T T T T T T T d
0.000 0.001 0.002 0.003 0.004 0.005 0.006 0.007 0.008 0.009

AN 6 unasiinnvesruliniueuLazAAUlikiNeuINATTINYRIN TR TRl ReN Tagae Tl
JedunIdnseaumnududunas

A5l 4 Uncertainty in determination of sodium (6.00 %)

Component Symbol RSU RSU?

1. Precision rep 0.00222 0.000005
2. Weight of sample Msample 0.00165 0.000003
3. Dilution factor Dsample 0.00178 0.000003
4. Calibration curve Dstq 0.00861 0.000074
5. Concentration of Na Co 0.00185 0.000003
6. Reading reading 0.00248 0.000006

iRSUZ 0.00009

/Z RSU? 0.00972

Uncertainty = 0.0570

Expanded uncertainty = 0.11
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Uncertainties in determination of sodium in fertilizer

Final 6.00%

Repeatability

Dilution chain

Weight of Sample

Dilution factor

Reading

Concentration of Na

0 0.001 0.002 0.003 0.004 0.005 0.006 0.007 0.008 0.009

AW 7 uvasiiuvesenuliiuueulazaanuliiiueuiinguvensinsieilansuiasateuity
JeBundnseaumnudutugs

Ad' 1 1 1 a a = g + a 6
f19199N 5 ﬂ"lﬂ’)']llillLLuu@u‘U@ﬂUﬁﬁJ’mﬂ"ULﬂEJZLW]ﬁ%ﬁ']EJL!”IIU‘IJEJ@UV]?EJ

%Relative
STAUANULTUTY %Na uncertainty measurement
uncertainty

i 0.24 +0.01 417
na 2.95 +0.06 203
a 5.87 +0.11 1.87

3. HANTENUIINNTIUA BULUAIEN1IELALE SIndBLYe I A AsesilaLR oufiavaiouly
JuBuvsdlasdl 7 fiwds 913U 8 NMmaaed

MaasuLataney uazdanindey Tnedl 7 fuUs Ao USinamniiy @adans), natlums
Fareenafisly (§1u9), nsnsesdaede, Usinaudietafinses (Haaans), slavestiun, aisaus
#aIN509A108198901510 (WD), aaumgiivardn (°C) neld Youden-Steiner testing lun1susziliu
WU washsuAduysalvessnlefen Yeondn S AfAuinty 0.0067 uanain laifinansznuainnis
WaUWAEANY ez AWINaNTRINITVIAGOUNINGET AILAIT 6, 7, 8 L% 9
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A15197 6 Andsnlelunisneasinisnadau Ruggedness

factor

normal (A-G)

change (a-g)

SANEINAY (ML)

100 150
s nanlumsesegnaiials (hr) 12 18
: N13NT0IF0E74 NIyl Adls 5 uni
- Umauiieensfinges (ml) 50 75
- Uws 10 ml. WD Auto pipette
AT InseiegdinITin (min) 10 30
samgiivaeta (°0) 25 30
A157971 7 LARILKUNNIVIAGeT 8 nsnaaasiildlunisvageu Ruggedness
analyst symbol design
1 A B C D E 100 ml/12 hr./n30991u#1/50 ml./vol.pipette/10 min/25°C
2 A B ¢ D e 100 ml./12 hr./‘ﬁﬂ”j 5 min./50 ml./auto pipette/30 min/30°C
3 A b C d E 100 ml./18 hr./ng83%u#i/75 ml./vol.pipette/30 min/30°C
4 A b ¢ d e 100 ml./18 hr./ﬁ&l’? 5 min./75 ml./auto pipette/10 min/25°C
5 a B C d e 150 ml./12 hr./n583%iuil/75 ml./auto pipette/10 min/30°C
6 a B ¢ d E 150 ml./12 hr./ﬁyﬂvlﬁ' 5 min./75 ml./vol.pipette/30 min/30°C
7 a b C D e 150 mL./18 hour/n383Wiuii/50 ml./auto pipette/30 min/25°C
8 a b ¢ D E 150 ml./18 hour/ﬁyﬁﬁ 5 min./50 ml./vol.pipette/10 min/30°C
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A1319% 8 ANRREVDINANTINAGOU Ruggedness taiReuluiansnidasuses

Value (%)

analyst rep
Na
1 mean (R;) 1.5449
Yrecovery 100.98
) mean (Ry) 1.5502
Y%recovery 101.32
3 mean (Rs) 1.5663
Y%recovery 102.37
. mean (Rq) 1.5458
Y%recovery 101.04
s mean (Rs) 1.5505
Y%recovery 101.34
¢ mean (Rg) 1.5497
Y%recovery 101.29
; mean (R;) 1.5535
Y%recovery 101.53
8 mean (Rg) 1.5484
Y%recovery 101.20

=

A151991 9 NansENUTBIILUITIRaNaN1SIAEDU Ruggedness

value of change

Na
e R1+R2+R3+R4 R5+R6+R7+R8] 0.00128
A = - .
4
. [ R1+R2+R5+R6 R3+R4+R7+R8 -0.00465
B = - .
4
R1+R2+R5+R7 R3+R4+R6+R8 0.00528
Ec = [ ” 1-1( " ] '
R14+R2+R7+R8 R3+R4+R5+R6 -0.00385
ED = [ 4 ]_[ 4 ] .
R1+R3+R6+R8 R2+R4+R5+R7 0.00232
EE = [ 4 - 4 ] .
. R1+R4+R5+RS8 R2+R3+R6+R7 -0.00747
F = - .
4 4
R1+R4+R6+R7 R2+R3+R5+R6 -0.00535
EG = [ ]_[ .
4 4
S 0.0067
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4. asUsunumMlessilafeunaraeuiluledunsd

AsUTzIIU s1AAsasdle ANnuauan /Al
1 aualdanefana81
1.1 AdeusnvenAsasile
- Lﬂ%& Flame Photometer 474,000 3.99
- PRI 4 Fum 136,000 0.43
1.2 asniivazJanIngnmans 150.98
asuenldang 155.40
2 fusTEZLIaN
- TUIUAIBE19/TY 90
3. AIUANYNADY
- %Recovery 4
- HorRat 4

AUNUNITIATIZA NMsUseliumeaualgie taun anudeuaninvesniadle w3
) a ¢ = I aaa Iz = ~ K a e v
JanIngeans wazaisadnudn 333eseilaneuiavareuiludedunsddanldang 155.40 um
AOMAIBE19 TLULLIAINITILATIEY A1U1T0LASIERA9871909 90 f8819/7U LarIs IS LaLh el
Mazanginludedunidiianugnaeauiug

dyunan1Inaasg

namsaaeuauldldvetitinneiludeuiiozaretluledunie lae Flame Photometric
Method vinsasavasunuldlaainnisitasigianige laun Range, Linearity, Accuracy, Precision,
LOD, LOQ, Matrix effect, UsetiumA1aulidhiuauesanisin wag ANULAINUY893d 31nN1Snadau
WU31 Range, Linearity, Accuracy Wag Precision NunasinnseeNsUeMLa A1 LOD way LOQ iy
0.02 %Na way 0.24 %Na. Matrix effect lsifinansznuandnwaiidoans Armnuliwdusuvenisia
fszeumnudadusi (0.24 %Na), nans (2.95 %Na) wazga (5.87 %Na) WU = 0.01%, + 0.06 % Uay
+0.11 % ANAIFU NISNAROUAMNAIUYBIIS WUT1 MsiUAsuLUasan1y LasdwInasuodnis
naaeuliinanseny

AsunauIeIuIgUs v

I dudeyalunisaiianuideiudunmsnnaiinnei iefigaiuazfusuivisnsithnld
Tumsmageuindanugndes wiudr undedio amnsaaeunduld andeliuds lunsiiu uastsduld
NOMUNBYDY NTUIYINISINEAT AumszadygAde we. 2518 uflududulaewsgsutygade
(Uil 2) w.A. 2550
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ANUBUAN

seuideatuil 2¢n18lAlATINITTAUITLUUNTTUTBININSFIUNTATIVERUANA N8Ry
1AsFILAINE LHUUITEFes WannsruunInTaiusesnunmdadenisudaiioadaunnsgiuuay
gnseAuAUNINiesUfURn1slulssmalne lasunualdvayuainnemuduasuinermansideuas
winnssu driinanuanznssunsduasiinetmans Ienazuinnssy @nad.) aunsaandunulidnss
auingUszasd feanutiemdean yarainsuazidiviind nguideinunsied nesidesiatiade
SHARNISNISINEAT nadTINInaees Adielunsdidunisvsludtuenans mawieusiesns uas
Fudunmside angitoiwevounnan w Tonial

LBNE15919D4

AN13EnAATUsANen. 2548, Ugiibesiu. medudgiingruniinerdeinunsaans agdns
NN, 547 .

FIUNINYLUNYY. 2555. US¥N1ANTUITINITAEAS 3o msveTunzdon ﬂﬂiaaﬂ%ﬁﬁmmaﬁﬁuwmﬁau
nsvesilsieniamedey wagnisuilvsieniamedeudedunse we. 2559 adungufni ey
129 maufivey 594, vt 12-14.

$19AIYUAY. 2560. UsemAnsenianeasiazannsal (33 Muuanssuisnsnsadinseidend
W.A. 2559 aTUNOWANT LaY 134 Aauiivey 29, 1wt 24,

APHA, AWWA and WEF. 2017. Standard Methods for the Examination of water and waste water.
23 rd ed. Part 1020: Quality Assurance. American Public Health Association, Washington, DC. USA.

Association of analytical communities (AOAC). 2019. Official Methods of Analysis of AOAC International.
20th ed. AOAC International Inc., Maryland, USA.

EURACHEM Guide. 2014. The Fitness for Purpose of Analytical Methods - A Laboratory Guide to
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aggregation in a Vertisol. Soil Tillage Research. 180: 232-237

NATA. 2018. National Association of Testing Authorities. General Accreditation Guidance -
Validation
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nsradauauldldvasitiaszilulasiauniualudevasman
Method Validation of Total Nitrogen in Liquid Fertilizer

dunnud yulvs  AdRvYy) vms 91587 Yulselau
Nanthakan Khunhon Supakchaya Thahan Arthiya punprakhon

NANIFENLATAL NENINAUITIIYNITHEANIINTNYAT

ABSTRACT

The Combustion Method for total nitrogen testing is recognized as one of the approved
methods by the Ministry of Agriculture and Cooperatives, as per the Notification on Prescribing
the Method of Analysis of Chemical Fertilizer, B.E.2559. Prior to its application, it is imperative to
verify its suitability to ensure its adequacy for intended purposes. Validation of the total
nitrogen testing method for liquid fertilizer revealed a usable range and linearity from 2.90 to
47.95 mg nitrogen, unaffected by substance characteristics. The Limit of Detection (LOD) and
the Limit of Quantitation (LOQ) stand at 0.08% and 0.25% respectively. The method's accuracy
and precision were evaluated through recovery studies and HorRat value assessment. At low,
medium, and high concentration levels, recovery percentages were 104.00%, 99.62%, and
99.96%, respectively, with HorRat values meeting acceptance criteria (0.87, 0.33, and 0.13,
respectively). All values complied with international standards (recovery within 95-1059%,
precision HorRat < 1.3, with uncertainties at low, medium, and high concentrations of +0.008,
+0.72%, and +£1.20%, respectively). Factors influencing the test include sucrose characteristics
and analysis time. Comparing the Combustion Method with Kjeldahl, though the former incurs
higher costs, it proves more time and labor-efficient with lesser environmental impact. Thus, for
analyzing total nitrogen in liquid fertilizer, the Combustion Method emerges as a suitable
analytical approach in laboratory settings.

Keywords: Total nitrogen, Combustion method, Liquid fertilizer

UNANED

A3naaoululasiauiionun Combustion method \unilsluisnudszniansensianunsuas
avinnl Bostmuanssadsnmsniineideind w.a 2559 msiisulddesdinsnsaaeuanulils
vesidiieliulainishinnegiiianummzanamisoi luldmuinguszasdfidesnsldau aannns
piaeualilivenisiinsmedlulnsuimunlusveamar wuitasnsldauuastaaniy
Gunssogflurag 2.90-47.95 fadnsululpaiou dlifinansemuandnsasiears Usinasgadiannse
Fal# (Limit of detection: LOD) uwazUTuauagafiaiuisaiiasiginarsnoaunald (Limit of
quantitation: LOQ) 1M1/U 0.08% wag 0.25% #3Ia0UAINLGNFBTisziuANmIdudusi (0.5%) nans
(26.02%) wazaa (46.54%) WuinSeearAIAUNAU (% Recovery) Wiy 104.00%, 99.62% Uag 99.96%
AU wazilanuiisdagUsyidiuann HorRat aglunauiniseeusu A 0.87, 0.33 Uag 0.13 MuE1AU
arnitlddanunduiiunasioeniunannnsgiuana (nusiseuiu %recovery ogflutag 95-105 uas
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98-102) 1NAUTiANITIBS HorRat < 1.3 Hrnmalliuviueu armidudusin nans ge £0.008 +0.72% uaz
+1.20% audfu Jadedidnansznufunsmaasu leud dnvazglasa uay szoznaIn1siese
diodinsesiannuduan IngluIeuiiieuds Combustion U Kjeldahl 1141 Combustion method
faldareaenit Weveznauasusautiosndt nuidnanssnudedanadomnansvieiisiosninis
Keldahl 333ins1zilulasiauianualuleveunas Falanumunzaniiviunldduisieses
Tuveslfjusnis
Frdndny: lulnsiouionn Fmawnlvsl Jeiadivan
unin

HagtunguaiAdeszuuniaaeununmigldliitnulsmansenanunswazannsal $os
fsunnssuisnIsmsaieseiteiad we. 2559 357 1.05.02 lulpsiauisnun Combustion Method
waz 33 1.05.01 Tulpsiau Kjeldahl Method Tun1snszdmeg1efinnvesuu3nis dwsuisiinsei
lulmsiauiiaman Combustion Method l#SunsasaasunuldlduesisTiamgiudmuindnaiinses
fiflAAuusiutazauissrunaginissensu (01301, 2561) lne3ddanadunisnsisaeuniia
T4ldve935ludegslefiduvesuds dmiulefegsvounar §insldis Kjeldahl method Bafosd]
mslinsadaiininitudu wazarsiafinanevila Afgnsianseu Wudunsesdoguam lnamiuly
N15ATIEN T3R8 luleSauleeds Combustion dndnnisfewniiegnsleluusseinideendiau
UTansTigamafinannin 950 °C (AOAC, 2019) Au3F AOAC Official Method 993.13 A153LAT 124
Tushotsvesudauasiedsiiduvesvarasziimadafiuaniieiu suitedfajuiuameaouauldls
FBheneilulnsauioualulereavailae?d Combustion ielHlFisinsdfiiauTInE
Usgndanan aansldansiadfidusunsnouasasadofiugiingzs

gUNIalLazIzNTS

dedieseUinailulnsiauimualaendnnisin (Leco : FP 628)
nsestalwilmation 4 fumis

. Tin foil / Tin capsule

ndesuiuayiandu MldlunmsufoRnmsiinges

- aaalingnInsnzid lowa @15u1ngu EDTA, Sucrose, Autu (diatomaceous earth)
. 1an19895U509/ 38091989195

 feidn wilnuTqns 99.999%

. fngpondiau slauTavsuinnimiewintu 99.7%

® ~N O R W N = Pl

ad

/M
1. down3ou Yan gunsal Adedldlunsvedey wazdnmnans1sdsuse (Certified Reference
Material; CRM) #ifif Certified Value uag Uncertainty magadewail (sample blank)
2. asvaeuAUllae9IsiATIEN
2.1 A3ANYINAT Range and Linearity WagNans¥Nuaduvsndg (matrix effects)
2.1.1 43 ansanmsgu EDTA 7 sefutSanauwiinde 0.03xx, 0.06xx, 0.1xxx, 0.2xxx,
03300, 0.4xxx WA 0.5xx N1 USinasimdnay 3 81
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212 hiluinsewiseeiednssimdimalulsautmunlaemdnnisen

2.1.3 ihdeyailéinasansmszrieuinalulpanou (mg) fufiufivesans (Area)

2.1.4 finnsanteiiiudunss

2.1.5 dwhediififoasviaifeatutle uilidfiasveaeu (Sample Blank) 0.05xx 3y,
sl Sucrose 0.5 W1 wazifin EDTA 7 sesfutSunasimidn fle 0.03xx, 0.06xx, 0.1xxx, 0.15%, 0,250
0.3300¢ 0.4x0xx waw 0.5 nSailugasmnnduduilfudunse Usinaniminas 3 a1

2.1.6 ldinsziseniodinszimusinalulasouiomnlnendnnisimn

217 Sufinna adensisswinsUSinallulasiau (me) fuiluiivesans (Area) fiansanen
FuUszandanduwus (Correlation coefficient < r) - r » 0.995

2.1.8 vhnsnadeuRansEUNdnuziiiaans (Matrix effect) YINTNUINTZIU 10
WisusuanuturensnimssIuTening arsuiesgululasiou uay arsuinsguiiiadusnedig
fiflfoansvindisriule udlifiarsvaaeu (Sample Blank)

2.2 M5USTHIINIAALUAITATIANU (Limit of Detection; LOD) kazdnanfinlun1sinia

UFuad (Limit of Quantitation; LOQ)

2.2.1 Heheduiiiifomsuinfetule uilifamagey (Sample Blank) 0.1 N¥y
WaglAL Sucrose 8819UDY 0.5 Wi

2.2.2 ldAmneideniadinszimusnalulpsauiomalnevdnnisen

2.2.3 Juiinteya LagAumARdy AndsuuunnsgIu

2.2.4 fuuA1 LOD 91ngns LOD = 35’ uag LOQ = 105’

2.3 figaanugnies (Trueness) ANATIEs (Precision) Asefumnmdiudu LOQ s nans g9

2.3.1 fa¥andrededusedinneienududuag 10 41 dilulieneisendosiaseiin
nadlulasiauriouelnendnnnssn

2.3.2 Jufindaya #a15041A1UQNABY LagAuIam SeuasAAUNU (% Recovery)
warUssiliuanundios Tagldaunts Horwitz’s Ratio

3. UssiliuAranulautuouveinisdn (Measurement uncertainty) ASI988UAINAINUYBIID
nageulnenisiUasunlatannzfisndniiosainaniieund (Ruggedness) Ly YSnaansgadu
szoznaldlunsiesed Unasegns JHudu

3.1 UszifiuAmanuliiuueuresnisin (Measurement uncertainty)

3.1.1 IUsmdeya repeatability vosgunsaluaziaiesiioifisldlunismanninill
WULDUVDINITIA (Measurement uncertainty) MUHURINIUAN WagsINLAaS uncertainty mnygmma'q
fivnsmnududu fh nana wazge

3.1.2 muaaadldutiuouveiuraguras

3.1.3 samuiliutiueuainynuvas (combined) fisedy 61 nan g

3.2 @AnwranszvuannnsUasuwlasaneuasdunden fensvadeu Rugsedness g
MMIINUAUNTNAGDY 7 AILUT 8N1TNAADY

3.2.1 @nmznadeuunfiiszezinainism (burmn time) 90 3wl fu anmeiiasuulas

85 Ui
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3.2.2 anmznaaouUnAngumglie i (Furnace temperature) 950 sfniwalfea fu
anmziasuulasiionmgdl 940 ssrnivafea

3.23 anneaaeuUnAndnvazvoslasaiiun fu annziivdsundaslasaliva

3.2.4 annzvadeuUnAniusssun1sUasesiet (Fill pressure drop) 7 200 mm He ffu
anmefiuasuulas 190 mm Hg

3.25 amwwmaauﬂﬂ@ﬁqquﬁLmd’mwﬁﬁmﬂmﬂm’ﬂ‘mﬂ (After burner temperature)
850 DeALIALTYH iU am’;sﬁm?{ammaqﬁqmmﬁ 840 DIFNTALTL

3.2.6 annznadeuUnfiiszeznaTunIIIUTINaII0EN (Equilibrate time)ﬁ' 30
Fwft fu anmefiUdsuwasit 28 Fundi

3.2.7 @nmnznadeuUnfiiszeznatiunsingzet (Minimum analysis time) 40 3undi fu
anmeiiasuulasii 35 Jundi

3.2.8 %ﬂéfﬁ@émmmam@ma IUAIATIEY MUENIZVOILAAZAITNAGDY IN1TNARDS
8 5 91

3.2.9 MudnEad1anuAduysal ()

3.2.10 #Wa15841A1 E WInA11 S : significant sensitive for changes

01A1 E 498N S : no significant sensitive for changes
e S = 2/7x X(E2)
4. a3ULAETILUNANTITNAGY WIDLAATIHRAIUALAT LaglUSeuLguUAUUNITILATIEN

STEEIAMTIATIEN TunsumTinTeiTiasuudas uavauwivenez

358181 \SUGY AaA 2565 Fuan ueeu 2566
A01UMIINIMAGRY NAXITBNEATAL NadTeiuITaTamsHEaN1eNITNYNS

NANISNAADILAZIRITO

1. Iy Tan gunsal Needldlunimasaey wavdnn1iansdasuses (Certified Reference Material;

CRM) 7ififin Certified Value wag Uncertainty gl
- Urea 46.54 & 0.08 %N (CRM-BCR 179)
- Calcium Ammonium Nitrate 26.019 & 0.054 %N (CRM-BCR 178)
- Ammonium Dihydrogen Phosphate 12.13 £0.047 % Nitrogen (SRM No.194 NIST)

2. p519auUAlElAUe9ls AT
2.1 M3ANYINIAT Range and Linearity WagNans¥nuvaunang (matrix effects)
A1 Range and Linearity TngadansisewinsUsinadlulasiauime) (unu y ) fuitudfiveseans
(Area) (wnu X) Hsaaduidunss nuiteglugie 2.90-47.95 fiadnsululnsiau a1 Corelation
coefficient (r) Wiy 0.99999 (Al 1) Wdene1¥a3 2.90-47.95 Sadndululasiay thunmen Linearity
i@ Correlation coefficient () WU 1.00000 (AWl 2) Ferunasinseeusy

260



[=)]
]

y = 10.35064x+0.04805
R? =0.99999

u
=]

iy
o

Certified x 10 (milligram)
] W
(=] =]

[y
o

A 1 wanensmgenududunse (Range) 18ansia1wilulaslaunaviug

60,00 y = 10.35805x +0.01873
R* = 1.00000
. S0.00
g
20 40.00
.g
< 30,00
B
= 20,00
=
3
10.00
0.00
o 0.5 1 1.5 2 2.5 3 3.5 a 4.5 5

60.00

50.00

8

8

Certified x 10(milligram)

Area

ANT 3 wanIRaNITIATIZIMIA Linearity EuaqmﬁLﬂswzﬁlu‘lmwuﬁgwmmmmimmgm Lazans
UIMIF1U matrix effect

910057 (AN 3) AUTUVes standard WU 10.28207 wazAUTUVE matrix effect

Wiy 10.35805 e uiamuuanseseninamudussdss Wiy 0.73% anunasives NATA Note

17 (2018) fvualiinauduvesisdesnsmidauandraiulaiiiu 10% sy 3alai Matrix effect sio

standard curve

261



2.2 M3Uszanandintunisnsaany (Limit of Detection; LOD) wagdndnfintunisings
Y3u1a4 (Limit of Quantitation; LOQ)

TnensTinszisiegna Sample blank $1uau 10 61 MéAade Wi 0.11 %N wavdau
osuunnsgu wiriu 0.22 Werundiuiu Iadrdalunisnsrawy (LOD) THvindu 0.08%N uaz
IndninlunsiadiaUsuna (LOQ) winfiu 0.25%N

2.3 figavieugnéias (Trueness) AwLiies (Precision) fiszumadudu i nana uazgs

Fag108191)8 sample blank waziuiangrededusesfinruituduiirmun $1uau 10 6
Fudiunsnadeuniivaaeutiualulasiauianua Tag3s combustion 1.05.02 (31939 AW,
2560) lkafamned 1
M54 1 uanmansiigatimugniesuasaNfins fiszdunrandudusi nans uazgs

. v HorRat WEUTYDUSU
FELAUAIULYNVU %Recovery . o
(LNEUMNYBUIU <1.3) %Recovery
AN (LOQ, 0.5 %N) 104.0 0.87 95-105
Na8 ( 26.02 %N) 99.62 0.33 98-102
GN (46.54 %N) 99.96 0.13 98-102

3. Usgilumanuliuiueuresnisin (Measurement uncertainty) AS19@8UAUASNIUTDIID
nagoulnnsiUasunlasanneiisndntosainan1zuni (Ruggedness)
3.1 Usziliuanauliiuueueein1sin (Measurement uncertainty)
susIuteya repeatability vesgunsaluazintesilawielflumsmaealiutiuouvesns
5n (Measurement uncertainty) thanviunuisinsan Tadannd 4

Regression line
rRosiam, Weight e
far, y - value Concentration of Sample Linearity

AnFarm, variation Temp. drift
[esulsing in error Off Center Resolution
Calibration 0.03
tare Balance
curve Linearity
% E— . Linearity Temp. drift
ois Off Center 7,4 Temp. 3t
— .
020( 0.03(g) Resolution
030(g) Linearity ‘emp. drift ofc
Off Center
040 Resolution
/ N (%)

Combustion Specification
—,
Performanece

mtrogen analyser Bias Pricision

SRARARAAA

AN 4 LEAILUAIIBIANNARIALARBUANAI U
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thannuhibiuouveausazunaanUssiiuainnuliwiueuludsveanan Aszduanududu
f1 nana g9 fel arandudu £0.008% arududunans £0.72% anududuas +1.200% lnefideya
MANTIT 2
1579l 2 agUA uncertainty Tesn15Tasglulnsiauieua Tu Tu CRM :Urea (46.50+0.08%) filfis

lusegadaveman
STAUANULTUTY uncertainty % Relative measurement
uncertainty
i 0.52+0.016 3.20
AGEN 25.92+0.70 2.69
Gy 46.52+1.24 2.66

3.2 pv19deUAUATILY T saaeulnunsdsuwlasannsfisadntosainanzund
(Ruggedness) Tawdl 7 @Us 117U 8 NISNAGDY
AswWasuLUasnzLazamindoy Tnedl 7 §auUs fe s2e21810154WA (burn time)
QUM TLALHT (Furnace temperature) AnwagvasylaTa UsIRUN15UAREAI9E4 (Fill pressure drop)

9
a 1

9N 1dIunaI1n NN Indi(After burner temperature) 5¥8L3a1lUNI5IIUTINAITAIBYS
(Equilibrate time) Lagszozra1lun153LATIER (Minimum analysis time) Iaald Youden-Stainer
testing TunsUszifiunuin nasanuduysavessinlulsiouianadudu 0.5%N Sadesnia S
uanadn Lifivaszvuanmsiasundasaniiy uavdaindeudanan usr nassmuedysaivedsin
lulnsiauilaududu 46.37%N vesn1izuInden Anvazvesglasa wazszoziailunisiases

(Minimum analysis time) #AM0INNI7 S KAATIT ANaIZNUIINNITIUABULUAEN1IZATNTN 3, 4, 5, 6

A15197 3 mudsilelunisnegeu Ruggedness

Factor normal (A-G) change(a-g)
A : Burn time (sec) 90 85
B : Furnace temp (°C) 950 850
C : Sucrose un laiun
D : Fill pressure drop (mm Hg) 200 190
E : After burner temp (°C) 850 840
F : Equilibrate time (sec) 30 28
G : Minimum analysis time (sec) 40 35
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A193°97 4 N1IAEOU Ruggedness Meld 7 fuds uay 8 annig

analyst

symbol

design

1

coO N O U A WLV DN

Lo > > >

Q

O O ™ ™ T T W w

D

O O 0o OO 0 0O 0 N
O O o o o o O
m @M m M ®d® m @M m

M —h —h T T~ —~ TN

va ) va va () va wva o)

90 sec/950°C/un/200mm Hg/850°C/30sec/40sec
90 sec/950°C/laiun/200mm Hg/840°C/28sec/35sec
90 sec/940°C/un/190mm Hg/850°C/28sec/35sec
90 sec/940°C/l3iun/190mm Hg/840°C/30sec/40sec
85 sec/950°C/un/190mm Hg/840°C/30sec/35sec
85 sec/950°C/laiun/190mm Hg/850°C/28sec/35sec
85 sec/940°C/un/200mm Hg/840°C/28sec/40sec
85 sec/940°C/laiun/200mm Hg/850°C/30sec/35sec

#1597 5 Mean and %recovery of N

value (%N)

analyst P 0.50% ((NH4),SOq) 46.37% (Urea)
mean(R1) 0.51 46.62
! Y%recovery 102.24 100.54
mean(R2) 0.51 46.41
: Y%recovery 102.16 100.09
mean(R3) 0.51 46.51
> Y%recovery 102.68 100.29
mean(R4) 0.52 46.66
¢ Y%recovery 103.28 100.63
mean(R5) 0.51 46.66
° Y%recovery 102.36 100.62
mean(R6) 0.52 46.52
6 Y%recovery 103.48 100.33
. mean(R7) 0.52 46.84
Y%recovery 103.08 101.02
g mean(R8) 0.52 46.43
Y%recovery 103.32 100.14
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mi'Nﬁ 6 Mean and %recovery of N in (NHg),SO4 and Urea

value (%N)

0.50% ((NHa);SOq)  46.37% (Urea)

analyst rep

R1+R2+R3+ R4 R5 +R6 +R7 + R8

Er )-( ) 10.00235 -0.06300
R1+R2+R5+R6 R3+R4+R7+R8

By | )-( ) 10.00265 005900
R1+R2+R5+R7 R3+R4+R6+R6

2 )-( ) 10.00235 0.14900
R1+R2+R7+R8 R3+R4+R5+R6

o )-( ) 10.00125 -0.01000
R1+R3+R6+R8 R2+R4+R5+R7

e )-( ) 0.00105 0.12200
R1+R4+R5+R8 R2+R3+R6+R7

2 )-( ) 10.00025 0.02400

Ee 1+R4+R6+R7)_(R2+R3+R5+R6) 0.00195 0.16100

4 1
s 0.0027 0.1426

4. Aemwienuduen TsiSeudsudunumslinseisseznainisiasgd duneunislieseii

WasuwUad warauuiug1nesidiing s Tnefiansandnnisues cost benefit analysis a137971 10

4.1 Fununsiesgh mavszdiumsiuatldane liun mnudenaninveuaioses w3eauih
Saoineenas wazanaiinuin mslinnesilulasauiomalaendnmswndealdae 104.40 vinde
frog1e msiaszsilulasiouanualagds Kieldahl Saqlddne 90.65 unseiiogn

4.2 szeznaMTIATEs Myeszilulasuromelaendnmsaausednszifiedn gl
60 Froen9/5u Medszdlulasiauiounlagds Keldahl aansadwszisiegndls 3¢ feehe/u

4.3 Sumounisiassiiiuasunas Junsunisimselulasauiomalnendnnisiesd
FURBUNNTIATIZN 3 Tunou uavds Kjeldahl fHuneUNTIATIEN 5 Tuney

4.4 Frudwandon nmsinzilulaseuiimualnendnniswiasidandenadudilyu
Sunsrefuasndey luvaefinsiinsizeidae 33 Keldahl axflansiaiifmdeiisainnisinsey fe
Tufealansenles wazhiifgriidunsaannsidalensadeluduneudes

4.5 A1UANNLI UL mﬁLﬂiwﬂuimiLﬁmﬁy’wmimaiﬁmimﬂuﬂammﬁmmgﬂé’amajué’ﬂ

(AOAC, 2019)

A15199 7 A1 US8UgUYRR Totdy 999nN153LASIE ARSI UNIUALALNANNISHET (combustion)
wazls kjeldahl

75 combustion 75 Kjeldahl

A5UsELAY
A A = A A A
IAATDNEE  ANUERNENIWA  51ALATRIED  AnUdRNAn W/

1.97uAl9318/1 A29819
1.1 51A1LAS 95 DAULEDUANTNUDLATD9D

GERNSIGIRM7IY 100,000 0.38 100,000 0.38

\ATRTATIZN 3,600,000 44.75 1,725,000 15
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A15199 7 A1 USeUigUYeR Totdy ¥99nN153LAS1EAUlASIUNIUALALNANNISHEN (combustion)
wagld kjeldahl (s19)

75 combustion 25 Kjeldahl

n15U5EIIu . , , .
=) =) = =) =) =)
FIANATRNE  ANUERNAN WA 91AeTRNe  AuLERNAN TN/

1.2 \w3paumiuazan

- ¢ o v 2.58 39.52
IneansuAanesy
13 aflil’ﬂﬁ 5671 3411
agy Aldane/feg 104.40 90.65
2. AIUNANTENUAD
Auwndou
ansinaens LE19INNTTLNN lgnsulansonlen 200 Jaddns
sndgndidunsn
3. AUNTBULIAN
UL/ TU 60 34
ITUTIANIATIZ/AIDEY 3 alug 6 Falug
JURDUNITAATIZN 3 5
4.9MUANUYNADY HaiuE
(AOAC,2019)
% Recovery v v
HorRat v v
nsUTzLiuY AN 7% Kjeldahl
5.400 - JuppuNM U URMUTes laigen - asnddldlumsiesedi
- THussanioy EUCRIRGR
- lAwUaesansiadl
- Usunameaduion
- ldszugnanimszisnda
6. 4o - insesllonazansiailinldlunis - IAmsevniianugungy
UATILVTIANE - Tamanazfinnisiasgsild
anysalladng

a a = a '3
- JUSUNYREEINNTIASIZN
- JTURBUNNTIATITINA 8T UMDY
wagldiianun
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dyunan1Inaasg

nannaewsndeuaultldvesisinseilulasuiomalulemal Usinuiidaadianmuise
$ol# (LOD) wirfu 0.08%TN wazUTunasmanfianansadinsgvinaeeunaled (LOQ) witdu 0.25%
TN siufiunnsfigat Accuracy wag Precision 48 LOQ finanudiudu 0.5% fiszfuaiududunans
26.02% g4 46.50% fiAAnuusiudsnldainosazuesAiAundu (Recovery) Wity 104 99.62 uaz
99.96 puad U wardanufieslasysziiiuain HorRat Tutdas 0.13-0.83 iutnasiseuiun
wmsgiuana nslnsesdlulasauiualudemailaevdnniswn Maveznat ased uazusany
Yfo8n3133 Kjeldahl usidlanldaneludiuvesansiaiinaznisguasnuiadesiiunnnit madanisvienlu
mstasegnniduiegisifanudidum viedeesifianudunin aasdsld Tin foil Aussgse
fuiun winsldfuulunsieseiinlialddemugedu

nsinanuITeluTduselovl
1. dnseszilulasnuludevesailaenannsmiunlgluanuuinisinsgimusunn
lulnsiutouelule vesnguenidfossuunmaaeunmnmily nduideinuasnall nosideiam
Ja38n1sndnn1en1sinens nIININITNYNs
2. ansoilumevenliiosl fifinmsnnaiessile faulaiBniesesilulesauioue
IAEMANNITHH
ANUBUAN
seeiddvatuil ognislilassnmatmunssuunisiusennnsgIunInTaaeunma sy
1ATgILEING uHuwiteides Waussuunsnnafusesnunndadenmaniiioairannsgiuuas
gnseauRun el iRn1stussmalneg lasunuatdvayuainnemuduasuineimansisowas
winnssu drdnnueunssunsduaIeImans Ideuavuinnssu (@nal.) awnsadndunulddnsa
puingUszasd Memurhemdonn yarainsuazidmini nguideinensiadll nesideianndadonis
WARN1INITNEAS nsudrninnens Avagluntsdudunisisludiuenans nanioudiedns uay
Fudunside angditeTwevounnan w Tonad

LBNE15919D9

AU, 2560. UseniansenTinensuarannsal iFea fvuansaiinmmaienegidend
W.A.2559. Lau 134 pouiiAy 2 9 4 uns1AY 2560.

91581 Yuusslau Needuns Auinys wazssasnu YAuns. 2561, WAUTITIATIEN wae
pnaeumalilfvefiFinmeiilasauimualulelaemaiianoudaduuin 97-102. T
enunansUTRNulssataudssanm 2561 il 1 nevidewauiadunsuanmis
NIAYAT NTUIVINTNEAS.

Association of analytical communities (AOAC). 2019. Official Methods of Analysis of AOAC
International. 20th ed. AOAC International Inc., Maryland, USA.

NATA Technical Note 17.2018. General Accreditation Guidance - validation and verification of

quantitative and qualitative test methods.

267



WALIWMATIANITIATIZT LAZIANINUNNINTFIUNITATIVTUTD
GURTRTIFSEINTIRE

Developing standard analytical technique for certifying Marl- soil

conditioner
a5y Indavern g0y sTuns awnsiue uzdaeu wauiad nans
Indsed ynd g aargun neey Uava 935ml nAadsezaed  assusald gAyss
Yarnthicha Jittsa-add Supha Photichan Songkrant Malisorn Pojjamarn Poosarn

Jittirat Choochat Kanthana Klaigaew Charirat Kusonwiriyawong Wannarut Chutibut

nauITeNYRLAL Nal iR TIENTHANNIINTINYAT

ABSTRACT

X-Ray Diffraction is a technique used to quickly and non-destructively analyze the
crystalline structure of compounds contained in the sample. Marl or calcite is a calcium
carbonate compound. Studying marl with copper metal energy (Cu Ka of 1.5406 A , Scan
range 7 — 115 °20, Step size 0.0217° and Time per step 30 s in overall measurement time
10.27 minutes. Using the Rietveld refinement method. Crystalline phases were confirmed using
the search library match databases ICDD (PDF-4). The LOQ values were at levels 1.04%, with a
correlation coefficient (r) indicating the linearity of the Linearity range passed the criteria.
Trueness with %Recovery passed the criteria 98-102% , with HorRat values < 1.3 at low,
medium and high concentrations as specified by the standard, with precision passed the
criteria. Measurement Uncertainty 1.04 + 0.02, 39.92 + 0.98 and 99.26 + 2.2 Respectively. In
conclusion, marl analysis by using XRD, the accuracy, reliability and traceability of the results
ensure confidence in the analysis results, is accepted according to international standards.

and can be used as a standard criterion for laboratory analysis.

Keyword: Method validation, Marl, X-Ray Diffraction
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UNANED

wadansdsnuusdiend (XRD) Mlumslieseiautfddasiaiminuardiudsznouds
usvesansieaTIAE LAy livhanesetne Tnevmannziedesdlefimnzaudmiumsiiae
Usinasusnianiesduszneuiiuasusznevunaideunsusiunvideuaaled waznsivaeuuldle
19435 Ui 165edenddi Tidndulansnesuns (Cu Ka) Anuenady 1.5406 A an1eiildly
N153LATIENAIAINY 7 - 115 °20 U Step size 0.0217° 1diatusay step 30 Tu#l 1ianly
N137tAT181AI8E19 10.27 W7 TATigiveyasiginaila Rietveld refinement Uagnsiagdauiy
§1udeyauInIgIu ICOD (PDF-4) leuFunamigaii stesunalddesas 1.04 fie1 corelation
coefficient (r) AkannuLudunss msfigatanugnies I %Recovery fouaz 98-102 figayl
Ao Taedlen HorRat < 1.3 fisefumnududusin nats uag ge MunasifuamuLInsg
fA1aulauueuyindy 1.04 £ 0.02, 39.92 + 0.98 wag 99.22 + 2.2 a1ua1au a3u31 lun1s
Ainsesiyuinda Tngldiaies XRD Jawgndes wiugr indeiie aeunduld vilriAnamdesiuly
wan13Itesgd 1ud seufumuuiesgiuaina wazaunsnihluldiduinueiunsgiudmiu
NMsIATIERbUTRIUURNS

Frdhdey: n1ansradeunlElinesds Yuuda mediansidsnuusdiond (XRD)

AL

Yuuisa (Marl) n3e Auunsa Lﬁum'ﬁﬂ%’wgaﬁuﬂizLﬂmi’aqgmﬂ'amimwm (Agricultural
lime) ¥land afiiid oifuansuszneuuaa@suasuaiun nouaales (CaCos) naufufuwle)
(Clay) dndu 35:65 we 65:35 fidndulinueu Fav1 vievnguluinia Wsenansensag
NSENTI9QAAIMNTTY, 2549 uay nIuAUNT Ay, 2556) i uRiuyuiiddnvusidedoudiesiy
TufugsiudTedeusamudunsnvesiu Hutaquivusauiliueadondaiuselomddmsuin
fisanganinyurivielelalust Wesanldduyuluniswdadisnnit Jadumadennisdmivldlu
MsinwAs nsmadeuLilolimsuiduyuinia deshnsiiesssiautanmaadiuaznieninly
WoslfuRnisnanesen1snszd 1w ArmuaRnsavibiilunans (CCE) una@aueanlas (Cao)
winilideneenled (MgO) euidunsn-rs (pH) Audu uagauIneynia (ASTM, 2016) Fasiodld
szgznalunTieTeiug uarisanandiliaunsalwenasruszneuvesyulalngnss

MIIATIERswATANSIE oINS Eend (X-Ray Diffraction ; XRD) tdumnaiiaiilyivians
#0619 aansadieseildenia wiud andunulunisldased wazlivianedunndon Jinse
Idislufenmuninuazuiuna lasvinisiiaszrlassadnaudn (Crystalline Structure) 783
asUszneunazuIfidegluansiiegns lagynisiarianuiduesssdiasieusenundisusiieg
Wisuiisuiudoyaunsgiuisiinisnsainlangesdns The Intemational Centre for Diffraction
Data (ICDD, 2019) 1 psanansusznoundazadad sunuulassaineudnuanseiunas sogsing
sEminaszunuvetevmeNiidnisesiustafussidouunnsiretu Tnsfivunuazyszquesoznones
asUsEneuLAaviinasdigULuy (XRD pattemn) lawizd Wisuldiuaeiiaiiovesnuiiuanaiy
NAN1TIATIEADIN XRD annsausnuezUssiamiasaiavesiaginuindsuuvulassairendnuuule
viosuunldirianiinuduasuszneuniousuiale (Reid et al, 2006) vilfanunsoimadatin
Uszgnaldiitelumsnsiaaeunuamidndusiansusugiuyunials mstisieneidsnanunld
SudusosdinmatauivaieBnsiese Wemannefigndedunisltiniesiie uaznmaaeunim
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T4liv09359n 57291 Taefigaiianugnies (Trueness) Arnandies (Precision) ¥asmandutuiiiu
\uAS4 (Linearity) ﬂ%mmﬁﬂqmﬁuaqmiﬁmmiﬂmaﬁm (Limit of detection ; LOD) kags18uNala
(Limit of Quantitation ; LOQ) telsiulaluanugndes isamss wazimanzauvesisiinszvinim
UINTFIUEINA

Jagtuiimsldansusulssfuegraunivay uidslufinsauauaunmuedalsusuuseiy
weslfuRnisnsuivinisinensissndudeadinisfinwiuuimisnisuszendldmalulagnisiiasnzi
fanan WanumsngaufuUssinniesng dWielanunsamadeisiiesgidananuiliiiaseg il
ﬁy’ﬂu@mmmwuaz@qﬂ%mm uenani fadumsanuanneiinanriesl fiinisainnisannisld
asaififusunsedlilunsinesd nuianiunu uassvzailumsinsei

gunsaluazIsNIs

aunsal
1. infosilouay Tanmaingimans
1.1 \pdpaiinesimemaiaduussdiond (X-Ray Diffractometer; XRD)
1.2 1p303UA XRD mill
1.3 ipestingnsasdeanedon 2 uay ¢ funus
1.4 fildsegns (Sample holder)
1.5 infosuuarfanduq fllunsiesginageu
2. @swad
2.1 mimmgwumaL%&Jm'rﬁ‘uat,um’;mu%amé 99.6% (CaCOs)
2.2 mimmgm,maL%EJ@JLLmﬁL%smm%vammmmu’%qmé 98.0% (CaMg(COs),)
2.3 mimmgmtmaL%suiamiaﬂiﬂwﬁﬂmm%qwé 989% (Ca(OH),)
2.4 mimmgml,maL%au%’aLWmiﬂlamemmu%qwé 99.7% (CaSOq+2H0)
2.5 asass LN iifeulansonludeuigns 95.0% (Ca(OH),)
2.6 Isopropyl alcohol
/019

1. Wi henesiansUiuuiuuindademaianisfsnvuisiiend
1.1 wssuasuinggu dmsunisldlunisieszinsisaeunnuldlaveisinsisinig
wadianindsnvuisdiond Usuim 1 - 2 nfu TugUvesdeiidunsauiadnndt 45 luasou azgn
us39aslu Sample holder Aflvuatduritugudnats 27 fadiuns mnumun 2 fadluns wazdase
usaashianeindunnfianisaudvtisou uazlinsdafeadivewdneg19dasy (random
orientation)
1.2 msfnwanmefngaumsianeiviinasniavieuraluidhemeticnadeuy
Sedend
1.2.1 WSeufI9E19815119557U CaCOs Ut 1.1 WlUinsgigenies XRD 14
Sy@ongiinduCu Ka) mauenindu 1.5606 A §i 25 ssmwailua (Cu anode, Ka at wavelength
1.5906 A at 25 °C) giJqumngﬂ’;wuﬁuaﬂ%’qﬁwﬂ% (XRD Patterns) gnusziilusieimaila Rietveld
Refinement TaglalUsinss PANalytical X'Pert High Score plus (Ver. 4.9a (4.9.1.29739) 2021;
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Malvern PANalytical B.V. Almelo, The 'Netherlands) 1 ons2aauniinvesansuszneu deya
Tassafrsndnuazdiudsznouidans (Crystalline phase) Aflagludaog1e Tngdnadeaindn 26 vos
ARUIfA (Position) A1TEUIUTEIININEN (d-spacing) wazARvtidatans (hkl) 999Wan (miller
indices (hkl) values) uagnT1988UAUFIUYEYAD198Y ICDD (PDF-4) (ICDD, 2019)

1.2.2 USuanmzveamsns taun éﬁaaﬁwgmﬁi’ﬂ, Step size, Time per step, Divergence
slit wag Beam mask

1.2.3 Benanmivangaulasnsiansan Yasanmitinyes XRD Patterns AsaUARL
it Tduawosdsdfinnnsgnuuazauaudavesiiafisngan wagil %Recovery Yo TIMTEIL
LARTEAATUBLA NILLNITIYUA 98-102 %

1.3 Anwimssunuiuresesduszneuyuiniaviounaledfuasusulgsauviedu

(Matrix effect)

1.3.1 Tngau CaCOs ffu CaMg(COs),, Ca(OH,) wae CaSOge2H,0 finnududuvas

CaCOs, /1 nana Lazg Wiseufegns mute 1.1 thluTinszsiseinies XRD Tunanfeniu Tnevi
MsIATIEN 3 91
1.3.2 Audn kazUseiiu % Recovery U84a15u105511 CaCOs AILNUINNMUA
(AOAC, 2016) @fﬂLLammmmsNﬁ 1

A15197 1 LEAALNUTINITIBNSU % Recovery

Unit Mean recovery, %
100% 98 - 102%
10% 98 - 102%
1% 97 - 103%
0.1% 95 - 105%
100 (mg/ke) 90 - 107%
10 (mg/kg) 80 - 110%
1 (mg/kg) 80 - 110%

2. minsvaeuaNuliliveisinsenigalsinamesuinsavisounalys
2.1 msmemuduiusidadunss (Linearity) Tnannsld Ma(OH), weu CaCOs Tilé CacOs i
avudiudy S1wu 8 arandudu shnsiesesiarduduay 3 61 thieyaiildinadanamsening
AT UE9 %CaCO; Tl AunansIn %CaCO; faeLA30e XRD
22 @AnwnTasialun1snsrany (Limit of Detection; LOD) Taensld Me(OH), Wusognsdi
laiflansianla (Sample blank) was CacOs lutsinastios Wiafnw LOD ¥hmsiesei 10 81 (Iaevin
msnadeUfinauanaeiy Tuay 1 suduian 10 Fu) duameaie dndsauunasgiu dua
A1 LOD waz LOQ 91N&@unIs
LOD X+35D 1)
LOQ x+10SD 2)
X e Aedsveinsineivesiiegng Sample blank
SD wneds Andesuunasgunsvheivesiesn Sample blank
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2.3 FnwUadniatunsindeasunn (Limit of Quantitation; LOQ) 91nn1siigau Iaenishy
Me(OH), 18usegsiiladflansiiaula (Sample blank) wey CaC03ﬁizé’ummvﬁwﬁuﬁlﬁmﬂm3ﬁ§ﬁn§
yhmsasigi 10 91 (aevinisvaaoufiaunnsatu Susy 1 91dunan 10 Yu)

24 figaianaugnéios (Trueness) wagALfBs (Precision) fimnsidatiusedu LOQ nans g
TnemiasansanAsgIL CaCos Aianuidiudu LOQ nans g siflumsnaaeunsisnaaeuiidiun (nevi
mnpdeUTinauandeiy Tuay 1 gndunm 10 Yu) Tufinnatiinauaslsflumhenefidus 0
Ussiflumnugniedasiliouiisuainaaeuldiuannsgiu Taensfiansan % Recovery (98-102)
warUseiumnuifiedaefiansanaina HorRat < 1.3 Tngldnaueinmuanuinsg (AOAC, 2016)

2.4.1 N1SAUIU % Recovery NNENT

N3l fortified sample
anududures fortified sample x 100

% Total =
o Total recovery = . ,
mmmmwaﬂmamﬂSmm+mmwwwmaﬁmmgwumﬁwaﬂﬂ

ASEINISIAIIEI CRM/IRM

Atldannslnssi
%Recovery = —x 100

AN939

2.4.2 A1SAIUI Precision

HorRat (1) RSD (1)
ormatir - PRSD(R)
Tned)
RSD (1) - 2 %100
mean
PRSD (R) = 2001

25 Anammsdliniuouiinududusydu LOQ nas wag g (Eurachem, 2012)

2.5.1 SIUTInuvaTinvesAalduteu el
- mhanalduueu Type A ldud medwszialumsmannuiios (Precision)
~Amnalauiueu Type B ldud Armnuliiuduewvssimingets A1pang

LULBYY (Bias) AAnuliniueuyes XRD wazA1auliultuouyes Atomic weights

2.5.2 Anuaiaubiluueulsiaz e

2.5.3 sauAanuliiiueuINynumas (combined uncertainty)

2.5.4 AunaAANNLUUOULUUYENY

3. vedeUIsiumegWanIUTuUTRUluBInaTn

STULLIAN LSUAY 1 AanAu 2564 dudn 30 fugneu 2566 31 2 U

A01UNNINI1TNNABY
 MoUURAN19NEUUITYTEUUATIRADUAMAMAULALIN NANTIBNUATIAL
NNYNAUITITYNITHEANIINITLAEAT NTUIVINITLNYAT
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NANISNAABILAZIR1T]

1. Wuisiasgimsuiulsshugundadomaiansiteiuuidiond
1.1 annyveuaied XRD Allumsiinngiviinauiniavieunaled 195adondii
\ulanegmoauas (Cu Ko) mugnandu 1.5406 A Aiasigsidasenuud 7 - 115 °20 vu1n Step size
0.02° Ta13msgiumay step 30 TUI BUIA Divergence slit 14° LagIuUIN Beam mask 23
faduns IinTgrideyalasiasandnuazrdiulsenaulfausaismaila Rietveld refinement wuin
A1 26 vawurdaiAvan wazARviliiames (hk() veIuan windu 29.37°(1 0 4), 35.94°(1 1 0),
39.37°(1 1 3), 43.12°(2 0 2), 47.45°(0 1 8) Way 48.45° (1 1 6) ANTEUIUILNINKAN (d-spacing)
Wity 3.04 [dandwsensiuwindu 10.27 unil anunsaifiguiiugnudeyadneds ICDD (PDF-4) wuin
A1331M 551U CaCO, aanAdosfugIuteyadieds ICDD 01-072-1937 Feszyinduarsuszneu
waailsunfuetuavieusuaaled (Calcte) Milassadandnuuusonludnia (Rhombohedral) uay
fi5Uuuy (XRD pattern) lanzen
1.2 wansfinuinissunauiuresesdlss nouyuunaduansUsuUsRuvind u (Matrix
effect) Iumﬁ AR28LAS 89 XRD IuL’Jmm gInU IneNay CaCOs NU C8M§(CO3)2, Ca(OHz) WAy
CaS04+2H,0 fimnaidiuduros Caco, i1 nans wazga Tneshnsliasiedt 3 41 nudrfierandudu <
9.95% fn1ssuniuiuuin Aadu %recovery Tuths 11.17 - 227.14 % wasfimadudu > 9.95%
fin1ssuniuiudesdadu %recovery Tuyie 92.38 - 106.96 % wa303AUsznaUYUNIS AU
asUSuUssAuriadu (Ml 2)
M99 2 MssuMuAuYeIRIAUsENeUMIUSUU TR WU fafuasUSulssRuvindy
(Matrix effect)

9%CaCOs XRD result (%CaCO;)  %recovery

0.99 2.24 227.14
5.00 6.91 138.21
9.95 11.36 114.17
19.67 21.03 106.93
39.79 38.09 95.73
56.60 52.29 92.38
79.45 74.68 93.99
89.06 88.83 99.73

2. minsvaeuaNililivedisiinsenidalinnaesjuinsavseunalys
2.1 Hafnwinsmanud B udunsa (Linearity) Tnenshd Me(OH), nau CaCOs @4l
SULUU (XRD pattern) lawnzia sumisiiananlddouiuiu (nmdl 1) Tngwdsuanududuves
CaCOs; %1aU5zana 1-99% Mg uduag 3 o1 ﬁﬁayjaﬁlﬁma%aﬂiﬂWiwdnmmLﬁﬁu'ﬁumaa
9%CaCOs filsr funan1T¥m %CaCO; nIA3 89 XRD A Correlation coefficient, r = 1.0000 (A4 2)
LAEUARINTAANGUMEIANUTNYRITIELDND (Intensity) ¥eq CaCOs (Calcite) fisusmia peak g3an (28 =
29.37°) (il 3 (@Hb)
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x4

v

il o

zlcite
Briucite

Brucite

Brucite

Calcite

AW 1 JULUU (XRD pattern) 483 CaCO; (Calcite) taz Mg(OH), (Brucite) ﬁﬁgmwumwwzﬁ’g

120
S 100
£ 80
S
S 60
*
3 a0
g .
o 20 | . P
< °®

0 @
0 20

Calcite (Linearity)

..
------- . y = 1.0051x - 0.2165
= 1.0000
a0 60 80 100

Calcite (%)

120

AW 2 ANUAURUSTEMIN9ANITUTUTD %CaCOs (Calcite) MUKNANTINANNLAIDI XRD %34

ANMUINTUUSEINES 1-99%
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Counts
40000 I l Calcite 1%
i T IL_LA_A_J\ A _«_H
40008 N I Calcite 5%
1 A_la A
0] >
Calcite 10%
10000 ||
0 Calcite 20%
10000
0 A, . ™
T | Calcite 40%
0 - 'E
40000 Calcite 60%
0 T -
40000 l Calcite 80% &3
0_ P b Ak RV e A
. Calcite 90% &4
40000
0+t , R L L R IAERRT RIS —
10 20 20 40 50 60 70 80 a0 100 110

Position [*26] (Copper (Cu))

(b)
A 3 MIPANAULANANINYRITERNG (Intensity) U3 %CaCO; (Calcite) Msuila peak
8989 (26 = 29.37°) YRAAUTUUTEINU 1-90%

2.2 wanms@nudadndalunisnsaany (Limit of Detection; LOD) lnen1sld Mg(OH), 1Ju

fegnlidansiaula (Sample blank) ke CaCOs lutSinatios Wednw LOD vinsiasIzit 10 €0
WU JA1 LOD Wiy 0.12 wag LOQ AlaarnnsA1uans winnu 0.40 (\n51991 3)
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AN599 3 HaMTIATzviseg i liflansviaula (Sample blank) wauiu CaCos lulSinautias
AELATY XRD

Rep. XRD result (%CaCOs)
1 0.42
2 0.45
3 0.41
a4 0.46
5 0.50
6 0.47
7 0.49
8 0.43
9 0.41
10 0.51
Average (x) 0.46
SD 0.04
LOD (3SD) 0.12
LOQ (10SD) 0.40

23 wan1sAnw¥adnnatun1sindauIunas (Limit of Quantitation; LOQ) 21nN15# g 31
Taen3l4 Me(OH), WHusetheiilifiansiiauls (Sample blank) new CaCOs fimnandiudu 1.04 % e
A LOQ 9nnsiigayl vhnsliasigi 10 91w Se1 LOQ Tnnsiigayd wihiu 1.04 (nsnafl 4)

2.4 figavanugndas (Trueness) WazAd1Ldi 89 (Precision) fiAuLdudusesiu LOQ
NANY @9 LWTEUAITUINTFIULAENANAITUINTFIU CaCOs U sample blank (Mg(OH),) fsgiuau
Wdudus (spdu LOQ) seduamdudunans uazsefuaadutugs Tinseiidalsunalasine
A30e XRD Aranduduay 10 61 Yatuay 1 dfunan 10 Yu Ussidiu augndes (Trueness) uag
AMAILES (Precision) WU

241 fi5zsu LOQ WaBLALLTuIes CaCOos Ity 1.04 % 1Al auSunnmag
1389 XRD Ieimmdudulad e winfu 1.04 % degndes (Trueness) 7iuans % Recovery Lvinffy
100.00% Wa Precision 7iuans %RSD Wiy 2.28 TneilAn HoRRat Winfu 1.15 (mnsafl 4 ; nwil 4(a))

242 fisyunNuEuTUNas InSeNANUTITLYRY CaCOs taVnAY 39.86 % 31A51E%
FeUSanasneiaies XRD tdmnududuiads winfu 39.92 % JAdugndes (Trueness) flans
% Recovery WU 100.15 % waz Precision fikdns %RSD wirfu 1.38 Tnefian HoRRat iy 1.20
(A51971 4 ; ANl A(b)

2.4.3 fisziumnududuganisumududures Caco, Ifvindu 98.53% Jiasesiids
Usmasieia3os XRD leimnuiduduiads windu 99.26 % TA1A1ugndes (Trueness) iuang
% Recovery WU 100.74 % way Precision 7iwans %RSD wirifu 0.02 Tnedien HoRRat wihfiu 0.02
(51971 4 ; A 4(o)
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2.5 mAmandlduuuaureInsin (Uncertainty)
wanmsmuraAmLliuveuiiaradutusedu LOQ nans uay g1 Tasaaulil
wuuau Type A laun nMslaszsignlunismauiies (Precision) uwazAraulsintuey Type B
Tgun Armnuliudusuvesimdndedne Arputewdes (Bias) Armnuliiutusuyes XRD uay
AN LU uauYY Atomic weights Wu3n A5t gRlalaluil@eusunaniawmaia XRD daAn
anulindueuiissRuaudesiu 95% Wi 0.02 0.98 waz 2.2 Wesidus Aissiurududusesu
LOQ nand uag g9 mudIsy (A5797i @)

a a ¢ Y] o ~ v v )
19190 4 ﬂ’]‘iwgﬁluwnugﬂmaﬂ AINUNYY NAIULVUVUTEAU LOQ naN LLﬁgqq

XRD result (% CaCOs)

Rep LOQ (1.04%) nag (39.86 %) g4 (98.53%)
1 1.03 39.46 99.25
2 1.06 39.72 99.27
3 1.02 41.28 99.29
4 1.00 39.91 99.26
5 1.07 40.06 99.23
6 1.04 39.81 99.27
7 1.05 39.57 99.25
8 1.01 39.47 99.24
9 1.02 40.31 99.24
10 1.06 39.59 99.25
Average 1.04 39.92 99.26
SD 0.02 0.55 0.03
Trueness (%recovery) 100.00 100.15 100.74
%RSDr 2.28 1.38 0.02
PRSD (R) 1.99 1.15 1.00
Precision (HoRRat) 1.15 1.20 0.02
A ldutueusiu (u) 0.01 0.49 1.1
Uncertainty (U) fisedu
0.02 0.98 2.2

AMULTBLY 95%
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3. Negeuaiumeg wansUTuUTRUluRInan

NansvaaeUITAAT iU faselnies XRD lnsmslinsgvidiogiansusulgeauyy
unfaii Smireluviesnaiaiiaainszyiduyunnda $1uau 6 §ree1e wudn deuvsiia (Peak
position) uanssiy iilesanilansuszneudunanet Fsiogefithjusnsaviounaled azfossing
fiandniidummia 29.4 °20 (nMwdl 5) TmFAesidaTinalagasaaeuiugiudeya ICOD (PDF-
4) wui Megreyuiidmingluvissnaindesdusznauresuaalud (CaCos) nnfe81e ogluras
97.99 - 99.51% wazaznaufumond (SI0,) niolalalusi (CaMe(COs),) athslnag il wienaaas
oganaLey Teaenndestusenauindaiiuinnsgiu $1uu 25 fegis (1w 6)

Counts

160000

90000

40000

10000

Position [°26] (Copper (Cu))

AN 5 X-ray diffraction pattems Yasansuiulssinyuinsandmiegluvioswaindiuiu 6 fieg
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Counts

40000

10000

10 20 30 40 30 60 70 80 90 100 110

Position [°28] (Copper (Cu))
AW 6 X-ray diffraction patterns vesansUTuUTIRUYUINTa

dyUnan1Imaasg

msfauLaznsRaeuanlilivesitinmeiyuindameinies XRD Tagnsiiasgh
Yoyalassairendnuazdrudsznouiausuaznsingideliunu wuildsedondaiidndu
Tavignaauns (Cu Ka) A menandy 1.5406 A annedildlunsinsevisheaumd 7 - 115 °20 vunn
Step size 0.0217° THa1 AT ITiuAaY step 30 U9 V1A Divergence slit ¥ © LagUuIn Beam
mask 23 fadiuns wazldiia1Tias1ersin 10.27 Ui Tiasieviveyanluinaila Rietveld
refinement Tagldlusunsy PANalytical X'Pert High Score plus (Ver. 4.9a (4.9.1.29739) 2021;
Malvern PANalytical B.V. Almelo, The 'Netherlands) W11 81 26 UBALAUINAKEN LagARwil
flawaes (hkD) veandn Wiy 29.37°(1 0 4), 35.94°(1 1 0), 39.37°(1 1 3), 43.12°(2 0 2), 47.45°
(0 1 8) uag 48.45°(1 1 6) @wunsaLiguiUgIUTBYAs1983 ICDD (PDF-4) Wu3Nansu1nsgIu CaCos
denndeaiugIuteyadnada ICDD 01-072-1937 USmasgafiaiunsasienunaldesay 1.04
91nM3RgatiANgNFes 1iBanss wuind % Recovery uavA1 HorRat HiuinausiBonsy A1
liudueufinruidutuszdu LOQ nana wag g9 Windy 1.04 + 0.02, 39.92 + 0.98 uay 99.26 + 2.2
mudu agui1 lumsislinnssiyuindalagliiaies XRD Anugndes wiudh indede aeunduls
vilAsa g esulunansiesieyt iuiisensunuainsgiuana anunsadluldyusnsanas
Junawisnssgiudmsunsliesgiluiesyjuianis
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WAILIWMANANITIATIZALAZIATINUNUINTFIUNTNTIATUTDN
a1susuuTeRuyulalalum

Development Analytical Techniques and Produce

Standards Certification Criteria of Dolomite
qn) sduns easad v aansiue usddeu gralsy) ndavern wauag Hans
g Aaeuna nedey Javia 333l nAaIsey e 15504301 YiYRT
Supha Photichan Jittirat Choochat Songkrant Malisorn Yarnthicha Jittsa-add Pojjamarn Poosarn

Kanthana Klaigaew Koreeah binlee Charirat Kusonwiriyawong Wannarut Chutibut

QGHERGIGIREH Nea3 eI TLNTHANNINTNYAT

ABSTRACT

X-ray diffraction (XRD) technique is non-destructive sample measurement methods. This methods
can be analyze quickly, accurately, save time and does not use chemical reagents. XRD can analyze the
crystal structure and crystalline phase of soil amendments. In this study, XRD techniques were employed
for qualitative and quantitative analysis of dolomite (CaMg(COs),). Crystal structure and mineral
composition data were analyzed using the Rietveld refinement technique based on the 28 value of the
peak position. Miller index value (hkl) of the crystals and checking with the ICDD database (PDF-4) found
that the identity of the dolomite standard can be separated from the diffractogram with peak positions
31.94°(1 0 4),3735°(1 1 0),41.12°(1 1 3),44.92°(2 0 2),50.52°(0 1 8) uag 51.60°(1 1 6) It has
rhombohedral crystal structure. This method can be measured without interference. The method
validation has a method working range 1 - 98 % linearity (r = 0.9998), LOD value of 0.528%, a calculated
LOQ value of 0.176%, has accuracy (Trueness) shown with a % Recovery value of 101.73, 102.59 and
101.28. Precision shown with HorRat values of 1.93, 0.35 and 0.31. The accuracy suitable for use as a
method for analyzing dolomite at concentrations of 1.966 + 0.09, 40.298 + 0.881, 99.400 + 2.173 at
concentrations level low, medium and high respectively. This method can verification of the purity of
dolomite from mineral sources in Thailand sold in the market from diffractogram identity of dolomite
must contain more than 80 percent of CaMg(CO3)2, which can be used as a criterion for certifying dolomite
soil conditioner standards in Thailand.

Keywords: Soil amendment, Dolomite, XRD pattern, ICDD database (PDF-4)
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unAnga

wellanmsidsaiuuisdiond (XRD) HuismeTauuulsivhaneihesns aunsoiinszildodnema
wiug Ysendanan waglidldansiaiilunisiveest anunsalinsvideyalassaimdniagamusenauids
43 (Crystalline phase) vesansUsuUgsRuld vy nuideddalddnunidldinaia XRD lumslesesiids
AuNNLaIBaUSInavesanTUTuUTRulalaluv (CaMg(COs),) Fmsentayalassasmanuazaiuysenay
Wawsaewmaila Rietveld refinement lagd198931nAN 20 vawinuvuaia Ardvdiiames (k) veInan
WAEATIFERUAUFIUNT 0 A ICDD (PDF-4) WUl anansaueniand nualvasansuinsgiulalaluy laain
Diffractogram fisisuviafia (Position) 31.94° (1 0 4), 37.35° (1 1 0), 41.12° (1 1 3), 44.92° (2 0 2), 50.52°
(01 8) waz 51.60° (1 1 6) AlAssasandniuusonludnsa (Rhombohedral) ausainlalnelitinnng
sumufufuansufugsiveindu memsnaeumnildlivesisinmet fvamsldanu (Method working
range) 1 - 98 % Aududunsa (r = 0.9998) fiA1 LOD 0.528% A1 LOQ 3MnnsA1ued 0.176% A3y
Wiy (Trueness) AuanmeAn % Recovery i 101.73, 102.59 Uay 101.28 fienudios (Precision) Fuang
e HorRat 1.93, 0.35 way 0.31 wansliiuddisdnnundy wazemuiiisamnsauilagliduisingev
Tolaluvi Arnmidudu 1.966 + 0.09, 40.298 + 0.881, 99.400 + 2.173 AiszFuAUT LT UAT nae IREGR
puddiu Mafigadiendnuaiuaznsaaeumiuuiavsveslelaliianuvawslusemelneiidmminely
Viasma1nann diffractogram Tiluendnuaivedalaluifidamaudadiosiuseneures CaMg(COs), 1NN
Yovay 80 Fsennsaldiunasilunisusesnassuasuiulsaulalaluilulssmelnels

AdAey: asUTulseau talalam UwuU XRD §1uteya ICOD (PDF-4)

AU

asufuusesAuyulalalast Wuansusuusedudleannusiiinainngneuveauaaldsnuay
wunili@euriuaniu [CaMg(COs),) Fdr19e W 1 wuw 917 Tdruuszneumandilu CaCos wax
MgCOs THUsuUgaRuaufmmidunsavesiu wazddisnemsunadennazuund@osunfivdndae
Hagtiumsnsaeutagyuililunsinuasvesusamelne fmsdnvuasuunlaensianniinu (2556)
LazAnANTE MAdvgianen (2548) TS AnwauTAvanl wagnieaw wnsgruiidmusde fan
Auaunsalunsyinlilunans (CCE) lideunan 90 fan CaO (Calcium Oxide) ltipaninsesas 25
wazdlA MgO (Magnesium Oxide) laitioeninfasay 15 3u1naunIA dA1AIINAZE8AAILN1TATBUNIY
pEunsITeuLN 0.177 fadwns (80 ww) lidesninfevay 80 Tnatmin Usinmenudy liiudesas 5
Tagthmiin aaandunsadudng laidesndt 8.0 (nsuauniiay, 2556) Fen1smaaeuiiaugsen
TonaazsuuszanalunmegauAout1ain I%amﬂﬁﬁLﬂué’umweﬁa;’g’maauLLaz?ﬁmé’am Snvada
lianunsavsuenesdusenaud@ausvesyulalagnse weilansiagauussdend (XRD) Sudumadennils
vounafiadiaszsidenuniniaziina uazgniundsegndlilunsiesesisnuaneg iesanidu
WmsTanwuuldyhateiieg1s @mnsainsieilaed195ansa windr seudanan Wldasiadilunns
Ans1ent annsnleseildvidudnnnm (Qualitative) wasdsuTuin (Quantitative) 1uadosdlofild
WATALATIAS NN UDIENTUIZNBURAZUS NANITIATIZIAN XRD vilvanunsalenuuzUseiniassin
vosTanfinulusssumidndsuuuulassaimdnuuulavieduunldinfan Anuiuiud usviale
LﬁmmﬂmiﬂisﬂauLwiamﬁmﬁgﬂquimaa%’wmﬁﬂLmmﬂ'Nﬁ’uu,a335sJ31/1'Nswdwizmwmawamﬁ
fnBesriuenadusadoufunnsetuluse Tnsflvuauazyszqueterneuvesansusznauudasyiinass
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sULUU (XRD pattern) lawzdudisuldtuasihiiovesauiiunndreiu Tnevhmsiamamudunesssdd
agviouseniTiyug 9 Wisuifsuiuteyaimsguiivinnisnsaialngedng 83dns The International
Centre for Diffraction Data (ICDD) ln15Usesiiusae3s Rietveld refinement (Daniel et al., 2018) vl
ausaduunenanuallasinuvesansUsSuUTRuusavatinlaag kg

gunsaluazIsnIs
gunsal
ansLail
1) Calcium carbonate (CaCOs) : AR Grade
2) Magnesium Oxide (MgO) : AR Grade
3) Magnesium hydroxide (Mg(OH),) : AR Grade
4) Calcium sulfate (CaSQOq) : AR Grade
5) Silica gel
6) 2-Propanol, 2.5 L
7) ansuSuussiudulalalum
8) ansunsgIuasUTuUTsAuyulalalu
9) Si XRD standard
Tangunsal
1) wlediinTsiiemaiadenuuddiend (XRD)
2) A3esunfians XRD mill
3) fou
4) pdestteganiBunneady 2 uag 4 Fums
5)  N3¥UDNAN YUIA 10 Tadans
6) Grinding jar
7)  Grinding element (Agate)
8) MLNIITRU 0.5 Nadlng
9) Petri dish
10) UVILLATENFIDENLUY Powder
11) Holder powder sample ring
12) Powder sample ring 27 mm.
78n13
1. wisuaranmefvnzadlunTiessiasusul s ulalalay TnensdernsaEuiumesnista
(Start angle), 3i@AvneveIN133n (End angle), WunYaINIMALY (Step size), Fananitld ialu
upay step (Time per step), ﬁamuaummm’aé’wLLaaLﬁaiﬁmﬂﬂiswuﬁﬁaasiwq (Divergence slit)
feuauAunsduaislinnnsEUif8g 1 (Beam mask) Tnsnsltansinmsgiu audiy
Al
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1.1

1.2

1.3

14

11 Start angle UWag End angle e Tmamﬁmmimm'ﬁgm 7 0-140 °20, Divergence
slit 1/2, Step size, Time per step 0.02 wae Beam mask 23 (& endageit luisum siie
Anu

#aden Divergence slit Aivianzay Imamii’mmﬁmmgmﬁ Start angle Wa¥ End angle
fimlfuazanizdu o sude 1.1 TnewUSeudiou Divercence slit 1, 1/2, 1/4, 1/8, 1/16
waz 1/32 AaLdan Divergence slit 910 diffractogram fifl intensity g9 wazdl baseline
i

#aden Step size Tiwuzau Imamii’mmsmmgmﬁ Start angle Wag End angle wag
4119 Divergence slit AdaLdonle wazan1azdu q aude 1.1 WSsuifivu Step size
0.002, 0.01, 0.02, 0.04 uaw 0.06 WisuTsufuiaTiAnTy

911 Time per step Fivmnway Imamﬁmmammygmﬁ Start angle Wag End angle uagaun
Divergence slit waw Step size fidmdenls uazanmzdu 9 aude 1.1 wWisuidleu Time per
step 10, 20, 40, 60 s/step Finiden diffractogram 7idfATAWY intensity g9 wawdl baseline
A1

a a

. AnwinissuniuiuretesdUsgnauasusulssaulalaluiduaisusuusaaurindu (Matrix
effect) Tun1s¥acieiases XRD lunianfieniu 1nadutdu M1 na1e uagg

2.1

2.2

23

24

2.5

W3 BURI9E 1981501955 1UasUTUUTIRUYUlalalum (CaMg(COs),), Mg(OH),, CaCOs,
CaOH, kg CaSOge2H,0 3u1AtReNI 45 lunsou (325 ww) laeifieg1easusuuss
auldlunszuenuaiedne Wi 2-propanol §1uau 10 faddns Uafeg19RILLASBIUA
XRD mill uwazthluszmensis figumail 40 ssriwaiBoa aufioeaus
wanansUsuUgsaulalalusidy MgOH), Ald1du sample blank fi%2samiduduves
Ialalasi winu 1, 10, 20, 40, 60 uae 80 %

wanasUSuUseRulalaluvidu CaCos, CaOH, wag CaSOge2H,0 M7 smududures
Talalswi Wiy 1, 10, 20, 40, 60 uae 80 %

Aerehideaiinadaeadeinies XRD Snsndiuay 3 1 AnmARdsvemalATIzT
3 61 wazALIAAN % recovery
af19nsmansgIusEriemduiuresansinsguUiuUsslalalusiiduanildan
nMadsu Aumnaduduiiinseildienias XRD Auiumdesidudauunnsng
531/1:1'Nm’msﬁuﬁuEmﬂ'3'11/\1a’ﬁmmg'mﬂ%’wqqauiﬂiaiuﬁﬁmauﬁ'u sample blank Lazn3w
asnasguUuelalalimifinauiuansuiuUssiveiindu (%RPD)

. A519@0UANUlY el S imsziilalaluvisemAdanNIsIa L UUS A LeND

3.1

ANwIN1INAaUYIN15IE9U (Method working range) WT8NAI0E19A1TUINTFINAS

USuugeauyulalalum uaz Mg(OH), vurntieandt 45 luaseu (325 1) laguiiiee

ansUsuugaauldlunseuanuadaegie Wiy 2-propanol 31u3U 10 Taddns uadiaeng

she3asun XRD mill wazilUssmensts figamadl 40 ssrwaifoa aufiogisus

3.1.1 wanansusulssAulalalaminu Mg(OH), fgmuduturedelalay wihiu 1, 10,
20, 40, 60, 80 uaz lalaluy 100 %

312 Tnswidalsinalaeindenios XRD Ssdiuas 3 61 mnAeds
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3.2

33

3.4

3.1.3 afansmimsguserinasndudureensufulssiulalaluindualdainnis
wiew fuandutuiieseilddenios XRD mduaadutuiidudunss
AnAl Correlation Coefficient (1) Wiemn linearity

MUNTIIAlUN1ATIINY (Limit of Detection; LOD) wazdindndnlunisingsusuin

(Limit of Quantitation; LOQ)

3.2.1 19 Mg(OH), 1lu Sample blank wagiinansuinsgiuansusulssauyulalaluily
Uhinaianinsonsanuldfeinies XRD

3.2.2 TinTigidieiaied XRD lagvinsiasgvianstu S1ui 10 fu duaueade
LLaszﬁlmwummgm (Standard deviation ; SD) ¥11A1 LOD wag LOQ 210
GHIgE

LOD = 35D 1)
LOQ 10D 2)
figatimnugnées (Trueness) WazAmLlBs (Precision) finnududuszdu LOQ nans

g9 uar anuliwiueuvein1sin (Uncertainty)
3.

31 Wuensinmsguansusuusiiuyulalaluifimnududy LOQ dufiunmsmaaeuny

Fvaaou fitwun (asvhmavageufinauandieiu Tuay 1 suduam 10 Tu)
332 Yuiinuadsnaensansusulsiuyulalalunt Tumeesidus ()
Usziduanugndedlasilisuiiivudniinaaeuld fudwnasgiu Taensfiansan
% Recovery Ay (AOAC, 2016)

ANLdNduIeY fortified sample

Y%recovery = . .
ANUTUTUVRIRIBEINSUAY 4+ AuduTuvesaIsuInsgIuENasly

333 UsuiflumndiesaeRo1sanainan HorRat
AsUsEiuAN Precision Tunauginsusesdiy : 19 HorRat (AOAC, 2016)

HorRat(r) = RSD (1)
orrat(r) = puen (R) e 4)
SD 5)
RSD (T) = x 100 e
mean
PRSD (R) — ZC_0'15 ............................. 6)

We C (mass fraction) As ANRALNANTNAEDU X 107

AwraAnuliLdueunANUNTUIEAU LOQ Nans Uae g
3.4.1 PIUTILATINIvesAulluiueu fadl
- aanulduiueu Type Aldun  nsitesizigilunismauiies (Precision)
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-~ ehmnaladutiueu Type B ldud Amnulduduouvesimiindietne Aauiey
o9 (Bias) AUl LU UOUTDY XRD warA1A1 Nl LU ueuues Atomic
weights
3.4.2 AnnueaMuliuiusuusazLias
3.4.3 T3uA1AN LkIUEUIINYNUNES (combined uncertainty)
344 Annaeanulduiusuwuuey
4. NaaeuIsiuf g NanTUSuUTRUlunInaIn
5. asdIsmsduun figadiendnuel vilaves wazansuseneuluditegsnsuulsshugulalalam
6. d@3ULarIIUNE

szeean Gudu 1 manau 2564 Auan 30 fusneu 2566
anuiivin1maaes
nAuLITEsTUUAT AR UALAMALLARN ndueAdainunsiad
NI NAILITITYNTHAANIINSINYAT

NANISNAADILAZIANT

[

1. Wisuidleuannizfivenndos XRD lumsliameiansusuusshuyulalala ol
1.1 Start angle uay end angle Aidsuvlsiiauingu Tugas 20 - 110 °28
1.2 1W3yuiieu Divergence slit 1, 1/2, 1/4, 1/8, 1/16 uay 1/32 uazAnlian Divergence slit %
loswnly diffractogram 7 intensity vesuvitsfiandnuasfindu 9 Faau uazil baseline
f (i 1)

‘dolomite_ds1
dolomite_ds1-2 ‘
dolomite_ds14

dolomite_ds1-8
dolomite_ds1-16
dolomite_ds1-32

AW# 1 XRD pattern w83n153nasunsgulalaluvilagly Divergence slit fiuansingiu

1.3 WSy uL ey Step size 0.002,0.01,0.02, 0.04 wag 0.06 WU Step size 0.06 14
diffractogram
Aflguvtsfiandndl 30.9 ° unnd9an Step size B Ainufl 31.9 ° Sadenld Step size
dewn sumisiedudaau weeldnarialiuvwiuly (rmd 2)
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dolomite_15-100_DS_1.4_0.01_20sec_2

dolomite_15-100_DS_1.4_0.002_20sec_2
dolomite_15-100_DS_1.4_0.02_20sec_2
dolomite_15-100_DS_1.4_0.04_20sec_2
dolomite_15-100_DS_1.4_0.06_20sec_2

|

L i | |
] |

| |
| . I |
i h o 1 UI‘

I I
i f cj\f ||l i o i MLl [T TR Y |
ety gamhod” L VA Wiw@ﬁﬂ"“‘iﬂw‘luﬂ&mf‘w" sho i

22500

|

100
2heta ()

AMWH 2 XRD pattern v8an133nasu1nsgiulalaluvilagly Time per step Aunnsineiu

1.4 wWisuileu Time per step 10, 20, 40, 60 s/step WU1 Ti3a7 40 waz 60 s/step AN
TALUVBINARNIT Time per step 10, 20 s/step 338N Time per step 40 s/step
dlosnldatlunisiaesndia
aguanmefimngaudmiuinszilalaluidendos XRD lésil
Sample holder : Bottom plate and ring diameter 27 mm
X-ray tube : Cu anode
X-ray power : Tension 40 KV Current 15 mA
Beta filter : Ni-filter
Divergence : Y4 degree °26
Detector : Pixcel 1D
Scan range : 20 - 110 °20
Step size : 0.02 °28
Beam mask : 23 mm.

Time per step : 40 Second

Estimated time : 12 min

TWanngidndenliiinneideyalasaiimdnuazdnusznouausvesialaluvisae
wiAatla Rietveld refinement 1AB9198991nA1 20 VIR ILULSA ARsiaaes (hk) VasuEn
warnTIadeUiugIulea ICDD (PDF-4) wudl awnsaueniendnualvesasinasgulalaluv

1§97 Diffractogram TiSiumiafia (Position) 31.94° (1 0 4), 37.35° (1 1 0), 41.12° (1 1 3), 44.92°

(202),50.52° (0 1 8) uag 51.60° (1 1 6) AlAssaswuanuuuseuludasa (Rhombohedral)

49AAA 09N UFIUTBY UMW ICDD (PDF-4) Reference code 00-044-0422 489

a15Usznau CaMg(COs), §avnaus Dolomite uaz S.S. Al-aroudi. et. al (2007) Ailg@nwn

MFeseRdaSinamesfiuasueiundae XRD wuin Dolomite Sisumisfiandndi 31.9°
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2. Fnwmssumuiuvesesduseneuansuulssiulalaluvituansusulssiviiadu (Vatrix effect)
2.1 nawansUSUUgRuTis U SR suiaeg auds Arismnandaduvedelalint wiidu 1, 10,
20, 40, 60 Lay 80 % Imamsﬂ%’uﬂqqﬁummgm CaMg(CO3); 98.14%, CaCO3 99.7%,

CaOM, 99.6% uay CaSOg2H,0 95.0% Tl miinsaudszanm 3 n3u uagfuimaIy
duiiedols (s 1)

M19199 1 MInanansUsuUsshulalaluiiuansusuugesaueiindy Avaenudutuvedalalan wiiu 1,
10, 20, 40, 60 waw 80 % dmSUNSANWINTTUNIUAY (Matrix effect)

% Weight (g) Concentration (%)
D G C L Total D G C L

1 0.0332 0.9915 0.9918 0.9992 3.0157 1.080 32.779 32.756 31.477
10 0.3017 0.9004 0.9005 0.9047 3.0073 9.846 29.851 29.824 28.579
20 0.6013 0.8024 0.8074 0.8012 3.0123 19.590 26.558 26.696 25.268
40 1.2021 0.5995 0.6064 0.6212 3.0292 38.946 19.731 19.938 19.482
60 1.8023 0.3996 0.4005 0.4075 3.0099 58.765 13.236 13.253 12.862
80 2.4045 0.2012 0.202 0.2008 3.0085 78.437 6.668 6.687 6.341

nugmn: D = Dolomite, G = Gypsum, C = Calcite, L = Lime

NANSNAABU WUT1 MIansHasansUiuUgsRulalalisifuansusulgRusiad ui muiduduves
Tolaland 1 % Liaunsansranulddend es XRD luvasigrsarududuvasalaluridaud 10 - 80 %
ansnseaTeile wawdl % recovery aellutiag 104.555 - 109.541 (M3 2) T % RPD w84 Slope s
nsmansInnsgIuliuUTsAulalalisifnaniu sample blank wagnsmansasguuUiulgaRulalaluyii
wemfuansUTUUTRLindu Wiy 0.11% Jesinuinausiriivua % RPD w84 Slope < 10% (NATA: 2018)
(nwil 3)

M19197 2 NANTIATIBAAUSIUMIEPAS DI XRD TesensraNasUsuUaRulalaimivansusuURusiingu
NNFANYINMTTUNIUTL (Matrix effect)

CaMg(CO5)2(%) XRD result (CaMg(COs3)2(%)) % recovery
repl rep2 rep3 mean

1.080 0.000 0.000 0.000 0.000 0.000

9.846 10.550 10.830 10.291 10.557 107.225
19.590 20.483 20.705 20.567 20.585 105.078
38.946 42.512 42.683 42.789 42.661 109.541
58.765 63.882 64.047 64.077 64.002 108.911
78.437 82.029 81.918 82.083 82.010 104.555
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ounts)

Dolomite Interference

7 (STD.) y=1.0157%+0.1113
60 r=0.9999 P

2 PR (viattrix) y = 1.0456x -0.1466
20 L r=0.9995

0 10 20 30 40 50 60 70 80 90
Dolomite (%)

Intensity (c

0000

XRD result (Dolomite (%)
-
=]

40000 o

% Dolomite XRDresult % Recovery
1.08 0.00 0.00
9.85 10.56 107.22
19.59 20.59 105.08
10000 38.95 42.66 109.54
58.77 64.00 108.91
78.44 82.01 104.56
b bAoA h M

o T T T
30 4 50 60 70 80 90

2Theta 7)

1WA 3 XRD pattern N33R IUTUIUAELATBI XRD vodasnanalsusuuseaulalaluiiu
a1sUTuleRuTiingu

3. aaeunuldldveitinseilalaluvidemaiansidsnuuddiend
3.1 ANIN1SNAEOUL19NS U (Method working range)
3.1.1 wauansUSuUTRUTH NS saieg i Avsenududuvedalalant windu 1,
10, 20, 40, 60 ka¥ 80 % LagansUsUUTIAUNIATEIU CaMg(COs), 98.14% U
sample blank (Mg(OH),) 19 tminsiutszana 2 nfu wasAuanududud
wisuls (13797 3)

meil 3 MsnanasUulssaulalaluviiu sample blank (Mg(OH),) Atasauiduduvasialaluyi
Wi 1, 10, 20, 40, 60, 80 % uaz lalaluy 100 % @wsuAnwinisvadeudansleau

% Weight (g) CaMg(CO3)2(%)
CaMg(CO:s). Mg(OH)2 Total
1 0.025 1.981 2.006 1.223
10 0.201 1.800 2.001 9.854
20 0.401 1.600 2.001 19.663
40 0.802 1.202 2.004 39.288
60 1.201 0.803 2.004 58.828
80 1.602 0.402 2.004 78.441
100 - - - 98.140
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3.1.2 Aiaszidaliinalnefadeindos XRD shsidiuas 3 91 AudnAed svewa
ATz 3 91 uazUssdiu %recovery wudn msaswaNANTUTUUTsRlAlalaY
fiu sample blank §1A1 % recovery agluy39 100.70 - 128.38 (M157991 4) 210
N3UsELUEDR Regression Wuii fiAanduldunse (r = 0.9998) A significance
F fo8n31 0.05 uanadn fmudsinnuduiusiunieadd dusanududunsase
¥39n151991U°8975 (Method working range) ATAUARNAIIULTUTY 1 - 98 %
(il )

M15197 4 NaNITIATNTIUTINUMILLATEI XRD vasansuauansusulsaaulalaluvidu sample blank
(Mg(OH),) an@nwn1snadeutaen1slidau

XRD result (CaMg(CO3)2(%))

CaMg(CO5)2(%) %recovery
repl rep2 rep3 mean
1.223 1.618 1.651 1.442 1.571 128.38
9.854 10.396 10.414 10.444 10.418 105.73
19.663 19.763 19.814 19.823 19.800 100.70
39.288 40.245 40.331 40.236 40.271 102.50
58.828 61.575 61.524 61.689 61.596 104.70
78.441 81.368 81.244 81.379 81.330 103.68
98.140 100.000 100.000 99.307 99.769 101.66

% 150000

90000

40000

10000

—>

Dolomite

y = 1.0239x+0.2885
r=0.9998

Dolomite (%)

% Dolomite XRD result % Recovery

1.22

9.85
19.66
39.29
58.83
78.44
98.14

1.57
10.42
19.80
40.27
61.60
81.33
99.77

128.38
105.73
100.70
102.50
104.70
103.68
101.66

T
50

nnnnnn

AIWA 4 XRD pattern N1534ATIENFIUTUIUAIBLAT I XRD vasansnauasusulgsaulalaluyiiu

sample blank (Mg(OH),)

3.2 ARINAMUNITATIINU (Limit of Detection; LOD) wazInannmun1sIngsusuna
(Limit of of Quantitation; LOQ) Tnen514 Mg(OH), tdu Sample blank wuin fifn

LOD wihiu 0.528 wag LOQ wihifu 1.760 (115197 5)
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A1519% 5 Lansnani1sIitasIzidieg1ei lidlansfiaula (Sample blank) naulalaluy (CaMg(COs),)
TuUSunaulaenietasad XRD dmsumMsnisanwInainmlunisnsiany (Limit of Detection:
LOD) kazdnaniatunisindeusunad (Limit of Quantitation; LOQ)

Limit of Detection; LOD
Rep XRD result (% CaMg(COs3),)
0.432
0.352
0.515
0.339
0.485
0.479
0.458
0.908
0.639
10 0.303
Average 0.491
So 0.176
35, (LOD) 0.528
105, (LOQ) 1.760

NO 00 N O OO0 A W N =

3.3 figaanagnéios (Trueness) wazAAIiIB (Precision) fimnsidudiusesu LOQ nans g4
wisnansess A snasgulalalividy sample blank (Mg(OH),) isesiu
mudtus (528U LOQ) seiumnudutunans (rrududuvadialaluyt windu 40%) was
syAuauutugdasinasgulalalivianuuty 98.14% Jnsendelsualaginay

309 XRD Armdutuay 10 41 atuag 1 fudunan 10 Tu Usediu anugndas

(Trueness) wazATITIEN (Precision) sn3 (AOAC, 2016) Wu"

331 fiszeu LOQ wissuaududuvaslalalniléiiafu 1.933 % SnszidelSuanie
w309 XRD Idanududunde 1.966 % fiAnauwiu (Trueness) fiuans % Recovery
101.728% Hutnaiain158ou5 U7 97-103 % waw Precision 7 wans %RSD LAy
4.609 Tnefinn HorRat Wiy 1.933 (37l 6)

332 fiszdunuudunats (rududuvedalalust windu 40%) enududuiindouls
WU 39.281% SAs1eiBeUSunasaeia3es XRD laanududuads 40.298 %
fiAmuu Y (Trueness) 7l Lan % Recovery 102.590 % &g Precision 7lwana
9%RSD Wity 0.523 Taedien HorRat iy 0.346 (157971 6)
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333 Asduanututugddamnesguilalalimiamududu 98.14% Tinsziidaiana
f81A3 09 XRD TAududuad o 99.400 % fA1AINLWI (Trueness) 71 wana %
Recovery 101.284 % uag Precision 7iuans %RSD Wiy 0.407 TnediA HorRat wihfiu
0.308 (57471 6)
3.4 dunuranaliwiueuiianuididussdu LOQ nans ua g
nmsfuuimsiltiwiueufirududuszdu LOQ nans wae ga Tngdnm
Tlusiueu Type A ldun n1simsreigrlunismeannudios (Precision) wazanaalyl
wiueu Type B laun Arrauldudueuvesimindaegs Avaruiewdos (Bias)
AAU LU LeUYes XRD wazAmimnuliluueues Atomic weights WU ASIATIZH
Tolaluiidausinadamada XRD Sarmnuliuiueuiisefuanudesiu 95% wifu
0.091, 0.881 wag 2.173 Wadiiud fssrumudutuszsu LOQ nas way g9 UaAY
(M15197 6)
M5 6 Msfigatiamnugndies wazAuiss Arnadudusedu LOQ nans uazge

XRD result (% CaMg(COs),)

Rep LOQ (1.933%) na4 (39.281%) &4 (98.140%)
1 2.027 40.245 99.651
2 1.871 40.125 99.345
3 1.917 40.375 99.769
4 1.954 40.114 99.011
5 2.133 40.545 99.123
6 1.872 40.331 99.764
7 1.846 40.681 99.238
8 2.015 40.236 99.963
9 2.000 40.365 98.652
10 2.029 39.965 99.482
Average 1.966 40.298 99.400
SD 0.091 0.211 0.404
Trueness (Yorecovery) 101.728 102.590 101.284
Precision (%RSDr) 4.609 0.523 0.407
HorRat 1.933 0.346 0.308
Arrulduduausiu w) 0.045 0.441 1.086

Uncertainty (U) 2.173

, L 0.091 0.881
NILAUAIIULYAUY 95%
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ad v o 1

4. naaeuIsiufmegsensUTulTRuluamain
4.1 msigatiendnuel
MnnMmaaeuisiianesilalalinisnoindos XRD Tnemsiiaszridiegnaans
Usuussiulalalanindmieluieamarniieannszyidulalaluy dwu 12 feg1s wui
fisumisiia (Peak position) wansnaiiu Geiaeg s dlalaliniazdesusingiavdn
ALALe 31.94° (10 4), 37.35° (1 1 0), 41.12° (1 1 3),44.92° (2 0 2), 50.52° (0 1 8) uaz
51.60° (1 1 6) ° (Ml 5) drusngfiafidumisdu uansinfiesdusznoudunaseg il

anunsafigadiendnualuayn TIdeuANUSavidvedlalaluvilaenn diffractogram 16

Position [*20] (Copper (Cu))

AW 5 X-ray diffraction patterns vasensusulaRulalalunindmieluvioswaindnuiy 12 fees

4.2 MTIATIEMTUTUIN
PNNTIATMTIVTlRenTIvaeUUgIUTeYa ICDD (PDF-4) wuii faeee
Yundmheluriowmainiieainszydulalaluv 12 deegs Teaduszneusie (nnil 6)

f

4.2.1 flesdusznouvedalaluyi CaMg(COs), F1u3n 10 et aglutae 1.8-96.3% lnedl
Fregeiifiesdusznautas CaMe(CO), 1NNt 80% 11w 6 Fregn Anidudesay
50.0 vaE LA

4.2.2 flsaauseneuvesunales (CaCos) 31uIu 12 F0e19 agflugae 3.6-100% Lagl
Fregafiesrusznauves CaCos1u1nNI1 90% 1w 5 faedne Andudevas
41.7 yosegnaraviun

4.23  fesrusznauvedyuinn (Cao) 55.2% 91U 1 Mg
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D = Dolomite, C = Calcite, L = Lime stone

8 got bolomie siandard
5 ¢ P (D = 86.8%, C = 13.2%) Brand 1
¢ D oo o? © con® (D = 87.9%, C = 12.0%) Brand 2
. ﬂie c o o o (D = 3.1%, C = 96.9%) Brand 3

©11)
©12)
T04)
(0 08)
©15)
(110)
[110)

D (D =86.7%, C = 13.3%) Brand 4

.

| T T O | I A I
lw)
o]
o

c D (D = 88.3%, C= 11-7%) Brand 5

= 0, = 0,
(D = 2.3%, C = 97.7%) Srand &

Ll—’ll
|
{ (9]
o
e}
=0
=9

EEEE
5]
-
—_——
w)
1l
0]
o
Q
s
O
1
—
©
—
X
S

(D =96.3%,C =3.7%)

D D Cc D D DD Brand 7

Brand 8

CpL L

1. S elopco copp | (D=240%,C=20.9%L = 552%) Brend g
¢ |T ¢ ¢ ¢ &S (D iiﬁf/g, C =98.2%) ~ Brand 10

. c

:_i J X c o ¢ c (D = 0.0%, C = 100.0%) Brand 11

. c

1 ¢ c ¢ ¢ cc (D =0.0%, C =100.0%) Brand 12
[l[ll[lll]lllll[lTlI[l'll]lllilll'lli[l'lll[llllll'lil[l'lli[lll]lllilTl]iI[lllllll[

30 40 50 60 70 80 90

Position [°28] (Copper (Cu))

AW 6 X-ray diffraction patterns vadansusulaRulalalunndmugluriosnaindiuiu 12 frees
WnsendsUTinalalaluilaensisdeuiugudeya ICDD (PDF-4)
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dyunan1Imaasg

mMaeseiansusulsaulalalimidemaianadenvudiendidunisinsesiuuuliviany
froglagisuannismanziivanzanlunsinggt wui annzimnganlunmsiesey
asUTuUTsRuY Y :ﬁﬂ'mmﬁ 10 - 110 °28, Step size 0.02° 26, Time per step 40 s, Divergence
slit 1/2 © degree °26 ag Beam mask 23 mm
Insendeyalassaimaniazdiulsenaulausniemalia Rietveld refinement lagg1a89anen
28 vasunuaiia Arnvildaees (hkl) ¥awan wagnsivaeuniugIuveya ICOD (PDF-4) @13115a
wenendnyalvesasunsgulalalus laenn Diffractogram Ffisuniadia (Position) 31.94° (1 0 4),
37.35°(1 1 0),41.12° (1 1 3), 44.92° (2 0 2), 50.52° (0 1 8) uag 51.60° (1 1 6) filAsaainandnuuy
seuludnsa (Rhombohedral)

mMswanansUTuUsRulalalmifuansusuUsRuyuem upaleunsuein uway BUdu den % RPD veq
Slope YsnsWaTIRIFILUTUUTsAUleTalTinaniU sample blank wagnsmansiasgIuU$uUse
Aulslalusifuaudivansusuussiuaiindu windu 0.11% Fssnunasifivua % RPD 83 Slope < 10%
(NATA: 2018) 4@n931 N133ATIEMansUT v ulalaluvisemeaila XRD liian1ssuniududu
parUszneUMsUTUUssAudY ansndieneilalalinildsuannefiflansuiuugud unayegls
nsnsaaeuANldlaaeisiiasigst T9a9n15l991u (Method working range) 1 — 98 %Al Uu
L um 39 (r = 0.9998) dlA1 LOD 0.528% A1 LOQ 31NA15AUINM 0.176% HA31uUsY (Trueness)
TiuanIia8A" % Recovery i 101.723, 102.590 waz 101.284 Aa1uiies (Precision) 7iuansae
A1 HorRat 1.933, 0.346 wag 0.308 wansliiudsisidanuudy uaranuiissmngaufiaylaiu
FBhaszvlalaluvisignaila XRD ANty 1.966 + 0.091, 40.298 + 0.881, 99.400 + 2.173
fsgfumnuidudusin nans uazgs audiiy
MsnaaeuIBAuiogasusussiuluiemaniiaainszydulalalan anunsafigetiondnwal
uagnT1adeunuuIaviveslalalusiléann diffractogram 1e Tnedaed1siinuesdUsznauaes
CaMg(COs), g4 Ao 11ANT1 80% Feanansauuildidunaeilunisusesinsgiuasudulse
Aulalaluvifilduvaausiusemalng fihndmingluieanaiald

ANUBUAR

YOUDUANNUATUAYLIUUTEINUNTIAEAU 23U, ndTnuAuenIsUNTALETUINgImMans

o o

198 waruIANIIY (@nen.)
UDUBUAMANLHLTLIYIEY 8T dmsua3nu Jawuwih ilienAdedusonsmy

[y

nOUsTan
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AsunaudIeluTgusele

L. dulneunuitviazTagmainuns liteyananslnssiasuiuugaiu lunamuau quanuam
ansUsUUgeRu findauazd g mueiduasdsean fennelulassnsse

2. WeaUfuAn1smiieusy (nusiauniiay nsulssugnamngsy) wazvesuji@nisionu
wninedy WIslUlgluluiBuessguluiesUfiing

3. vesuftinsdugiiane dwinidouazimuinisinuasiond 1 - 8 vesnadvinsinns ey
Whareinnsg dunsseniuluseduaina Weliudnenn uazaeunnsgiunsiasen
naaoultannniAsnlaluilunsnseaeuldogavinoniulussiuUssine

4. inwnsnslaldansuiuussiuiliinnsgiu mueannszy faaunmaswueainsyy annsgayde vie
anmsvhaneamnmvesAuiiAnnmsldansUiulsshuAaussavlallduasguluiug

5. @usznauns lumsiinaliasesiluldlunismivaunnnna1susulseiu aun1saiuns aua
AN NENTUSUUTIAY Tndnnazdmiing uagnsdduldngmne

LBNE1I5919D9

panstinIAdrUgivanen. 2548, Ugiimendesiu. furiadadt 10. drinfiuiuminerdonuaseans.
NFAMNL 547 vl

sufyunsuianniifuindhensliieiemnefusewnnsgutadonisndnnismainuns. 2556.
NsUTANNTARL. ngamMNe,

Daniel N., S. Kenneth S. Mark and C. Elleman. 2018. Rietveld-Based Quantitative Phase Analysis of
Sugars in Confectionery. Food Analytical Methods, 11:2673-2681.

National Association of Testing Authorities. 2018. General Accreditation Guidance -Validation and
Verification of Quantitative and Qualitative test Methods. Australia. Eftichia Karageorgou,
Victoria Samanidou. 2014. Youden test application in robustness assays during method.

Said S Al-Jaroudi, Anwar Ul-Hamid, Abdul-Rashid | Mohammed, Salih Saner. Use of X-ray powder
diffraction for quantitative analysis of carbonate rock reservoir samples. Powder
Technology. 2007;175(3): 115-121.

297



WALIWMATIANITIATIZT LAZIANINUNNINTFIUNITNTIATUTD
d15UTuUseRuYuY?

Developing Analytical Technique and Standard Criteria
for Hydrated Lime Certification

[ & a

AINTIA UzAdeu QY Indarvern §n1 Iwsvuns wawnad gars wATHY guIa
nggadt pareuna neSer Java 933au NAAISEx A 15504 YAYRT
Songkrant Malisorn Yarnthicha Jittsa-add Supha Photichan Pojjamarn Poosarn Jittirat Choochat

Kanthana Klaigaew Koreeah Binlee Charirat Kusonwiriyawong Wannarat Chutibut

NAUIILNUATHAL NaINMUITLNITHAANINITNYAT

ABSTRACT

X-ray diffraction analysis is a non-destructive analysis of samples. The crystalline structure of
compounds contained in the sample can be analyzed. This gives details about the crystal
structure and crystal plane of the sample. It has been used to study the phase analysis and
quantitative analysis of compounds and minerals. Hydrated lime is a calcium hydroxide
compound which is soil amendment that farmers prefer to use to improve soil and adjust the
pH in the soil. The objective is for farmers to use quality soil amendments and exactly as
needed. The researchers therefore applied the X-ray diffraction technique to study on phase
analysis and quantitative analysis of hydrated lime to be able to accurately screening method
of soil amendment. Studying hydrated lime with copper metal energy (Cu KQU) of 1.5406 A and
optimum conditions for analysis range 1 0-115°28, step size 0.01° 26, time per step 60s,
divergence slit 1/2°and beam mask 23 mm using rietveld refinement method, simultaneously
detecting them based on 20 of peak position and miller index (hkl) were 18.05°(0 0 1), 28.67°
(100),34.08°(101),47.10°(1 0 2),50.78°(1 1 0), 54.34°(1 1 1) and 62.59° (2 0 1) confirmed
using the search library match databases ICDD (PDF-4) of the compound Ca(OH), mineral name
Portlandite. It has a hexagonal crystal structure. Hydrated lime has a unique XRD pattern. This
method can be screening and quantitative analysis of hydrated lime. This method is suitable for
study on phase analysis and quantitative analysis of hydrated lime. There is no interference.
Method validation show LOD value of 0.10%, LOQ value of 0.34%, Trueness shown % Recovery
values of 103.18, 98.18 and 99.46. Precision shown with HorRat values of 0.84, 0.94, and 0.32
at low, medium, and high concentrations. Method suitable to be used analyzing hydrated lime
10.07+0.31, 58.55+1.64, 86.78+1.93

Keyword: soil amendments, hydrated lime, X-ray diffraction techniques, crystal structure,

quantitative analysis
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unAnga

nMslesgidismaianisdonuiidiondidunsinmeiiuulivhatsdiegne amnsar
nMslnngilasiaiwemanasussnouiisleogluasiod SsazliseazBenifsaiulassaiiandn
LAzIEUIUNANYRIANTFeE1e Fsgnimnliflednwlassairmdnuasmiuinavesansusznouuas
LLill‘JjuﬁlJTJ{f@Lﬁuﬁﬂiﬂizﬂ@mmaL“?Iﬂmlﬁﬂiaﬂlstjﬂ‘eﬁ\‘iLﬁUﬁ’]iU%UUE\iau‘Uﬁ@ﬁﬁﬂﬁLﬂUﬁiﬂiﬁEJiJﬂ’]ﬂJ’ﬂ%U%U
Aandunsaindludiu wileliinumsnslaldansuulssiuiiaunn wagassmuanudenis 3o
Iginafianisidsnvuidiondindszgndlilunmsfinulasainendn waen1sieseidaTnuyue
Iepegndes uiugh neannstnwilasaiimdnvesansuinsgiuyuen mesdiendidlanenaung
(Cu KO Au819AAY 1,506 A Wui amaﬁimmzaﬂumﬁmezﬁﬁmyuﬂ' 10 - 115 °28, Step
size 0.01°28, Time per step 60 s, Divergence slit ¥ ° ag Beam mask 23 mm lon15Uszidiunae
75 Rietveld refinement wud1 e 26 vessunusiianan wazA1dviidaiaes (hk) vasndnvinfiu
18.05°(0 0 1), 28.67°(1 0 0), 34.08°(1 0 1), 47.10°(1 0 2), 50.78°(1 1 0), 54.34° (1 1 1) ey 62.59°
(2 0 1) @pAARBINUFIUTBYANINTZIY ICDD (PDF-4) ¥83815U58N0U CalOH), Fomaus Portlandite
LLazLﬁ@ﬁwgﬂqumu??mwu%’aﬁLaﬂaﬁ (XRD pattern) maﬂyjuﬁunm%uLﬁauﬁ’uguﬁnﬁmguﬁwudw
fénwaziamzuandnannyusindu liiRanssumuiuresesduszneudu aunsalinszsiyuvldly
anneiifhenurmanfuyurindu mansaaeuauldldvesisiaszy fld1 LOD 0.10% 1 LOQ
NI 0.30% TAUWIY (Trueness) TiwARIRI8AT % Recovery 71 103.18, 98.18 waz 99.46
fimsifing (Precision) fluanssBA HorRat 0.84, 0.94 uay 032 Aimnsidudus nans ge uandloiiiu
fe38fianuuaiy wagausamnzaufiaglfifuisingeiyunt fenududu 10.070.31,
58.55+1.64, 86.78+1.93

AEATY : ansUTUUTRY, Yuam, waliamsideauusdiend, laseiedn, MslinmeiidiaUsina
AU

Yuvn Tdndszneumaniidu CaOH), aanmsldyumnvnziidadufounds weiuudnih
hunsulitu ansuszneveonledasyufisefuiniafuansusznevlensenled Faurndndu
asUsuUsAusianideilfiioanmudunsavesiu (anansdniadvigiang, 2548) usfdslad
Fofmuaigifuninsgiuresansusuugeiuilfidutetedunmengminelunisauauaauninyes
wandneiilolinunsnsldldasuiulsefuiifannn uaznssmuaudeants Jagtunisagliunda
foyaiflovsuonvilauazyTnnaasusznovresyu axdesedendnnsiiasgiauifimaniuagnenm
W A1 CCE, CaO, MgO, pH, ANNTY LAZYUINBUNA (NSURRIUNTIAY, 2556) 1Y N15ILATIZHNT
USNeu CaO A1835 Gravimetric method, Volumetric method, EDTA method Lagn153LAS18% MO
72875 Pyrophosphate method (ASTM, 2016a) #38n153LA512% Ca waz Mg laald Inductively
coupled plasma emission spectroscopic method %38 Atomic absorption spectrophotometric
method waid1uAulady Cao way MgO (Wusu wrsgralsiniuidasnarideldaiunsavsven
29AUsENaUVRIYUlA AR T N9AAsERdEmaTanNSaslULSadiend (X-ray Diffraction; XRD)
39ldgmiinnuszgndldiitedinseilassaiiendnuesansuszneunazus Wumadedildfunseousuuas
HuBumsgu (ASTM, 2016b) 1ilesanlundnuesinetmieyundazviiafiguuuulnseatiandn
wannefuly Weduaswesdsdiend annsenufuitveawdniiyunnnsenu Sedonduisdiuagii
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sy (Diffract) Turaugfiusduasiunggasludmaniiogdaadly warasinnisidenuudnads
yhliULun (XRD pattern) vaansidsuuisdiondfioonlivintuisdidnuasianesa vdandu
foyaldluiuisuiiivuiudoyauinsgiuiiviininiiainlneesdns The Intemational Centre for
Diffrraction Data (ICDD) 14n15Usesiun835 Rietveld refinement (Daniel et al,, 2018) ¥Il#Aa11150
fudulassarewdniiedwunviinvesansuiulgsiuldodausiugt uagannsoiinseiisUiuna
voyur? luguasdUszneu Ca(OH), lélaonss idedsldimaianiaidenuy Sadiendudszgndlily
n13AnwlAsIasInan wazn1sATeRdUSinuyunliaunsansadansedvinsiuviinyunau
myhlvimsenidalinalaegiagneies waiugl

< ad
UNIAUALIZNIT

gunsal
a1siadl
1) Calcium hydroxide (Ca(OH),)
) Silica gel
3) 2-Propanol, 2.5 L
) asUTuUTRuY U
5 @1sunsgiuasUTulTaRuue Yuansa talaluv uasguduy

1) insediinssiiemaiadeiuuiidiend (XRD)
2) A309UARIBENS XRD mill
3) fou
4) pdesttesaniBunnedy 2 uag 4 Fiums
5)  N33UDNAN UM 10 Tadans
6) Grinding jar
7)  Grinding element (Agate)
8) Petri dish
9)  WYIULAIBUAIDYINLUY Powder
10) Holder powder sample ring
11) Powder sample ring 27 mm.
12) 3euuaziandug Mdluresufifnsiasen
8013
1. dnmansnasgIuyurn Medwmuviswmaiavesmsuuguyurnua Uiy
2. nMawseuseteneunirsiiemaianisiaenuusdiond
1.1 wisusogsyurniluguvesudeiifune vunefosnin 45 luaseu (325 ww) lngthdoeis
Juan ldlunszuenuadiedns 1w 2-propanol 31U 7 Tadans UnfeEELA3BIUA
XRD mill
1.2 théegslsemeuis Ngamgll 40 sarmisaiBua aufegiau Agniadssiogisyuyn

Y
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1.3 Y madegausunu 1-2 ndu dnfmegsatiugunsaluuuisnay (Sample holder) Twantin
Yoo 1S E UL oMY
Fau B lenesiasUsuupiuurnimemeianisdeuvuisdiens
3.1 Anwanneivanzaslumslinszsiansuiuuatugurn
3.1.1 Wdhasunsgruyurninnig XRD Imsjmﬁﬁu’qmguLéuél’umaQﬂﬂiim (Start angle), 3
gnv189039n153A (End angle), Y1AUBIN1TNIIAYY (Step size), Frananiildialunnay step
(Time per step), éhmu@ummmaé"]LLaQLﬁa”Lﬁmmiwuﬁﬁaasm (Divergence slit) fA3uAY
aruniaduaniielinnnsgnuiidaedns (Beam mask) feil
1) Ayai3udueein1sin (Start angle) waryugATine1a9n153a (End angle) faus
0 -145°26
2) WU UBINIININLL (Step size) 0.01 °26 uaz 0.02 °26
3
a
5) fheueuAnInE LA RN sENUTIFI0E1s (Beam mask) 20 uay 23 mm

)
) raanfildialunsias step (Time per step) 20s, 40s uag 60s

) fmuauaNgnauaLiielinnnsznuifiedis (Divergence slit) 1/2° wag 1/4 °
)

3.1.2 firsangUuuunsisnuussddndivnzay
3.2 Anwin1ssunIuvesesAUsznevaIsUiuUaRuyuYe Auasuiuussiusindu (Matrix
effect) lumsiaseLedos XRD lunafeaiiu

3.2.1 WA snasguansUiuUTRuyue Atasannandudu 0-90 % luseesansusulgs
fuyuanda Talalust wagBudu ilunadeusedos XRD fimnuiduduay 3 41

3.2.2 1 % Recovery ¥84a19110 55 U sUFUUsRuuimiidnaslufedisansuiulge
Auguisa lalaluyt wasdudy
. arnaeumalfldneiinnsiyurndomaiansidsivuidiond
4.1 AnNsnAaauYIINIsIgeIu (Method working range)

4.1.1 FiansuasgIuasUSulTsRuYuen ivasensdudu 0-90 % lushegrsansuiuuseiu
MGy sample blank thlunegeudieipies XRD Ainnududuas 3 o1

4.1.2 Yszdiumnududunsidagnismianuduiusseninanududuvesiisgisiuaiy
uduiiiasziilél (Correlation coefficient ()

4.1.3 Usziliun9aia Regression laefiansaln Significance F
4.2 ymANTATRAtUNTATIAINY (Limit of detection; LOD) kazdindnintun1sindeusuna
(Limit of quantitation; LOQ)

Hs#a0819 Sample Blank WinansunsgIuasusulsiuuemasivlulsunadessduinmien
aF11inlun159539NU (Limit of detection; LOD) kag¥nd1dnluni1singausuias (Limit of
quantitation; LOQ) 1n@un1s

LOD = 35D (1)

LOQ = 105D 2)

Tag SD Ao drudoauumasgu
4.3 figamugnies (Trueness) uaza sl (Precision) fianuidiudusysiu LOQ nans g¢ uaz
AnuliLtueureIn1sIn (Uncertainty)
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4.3.1 Lm%aumimmgmmiﬂ%’Uﬂqqaugmnﬁ'mmLsil’m%’u LOQ nana wazgs Andunns
naaoumaAsneaauiinimua mnududuay 10 1 (Iaevhmsmaseufinaiuandiaiu Yuas 1 61
Juan 10 )

4.3.2 Tuiinuausunaansansusuussauyunnilumhewasiaud (%)

4.3.3 Uszillumnugnaedlagn1siiansan %Recovery (AOAC, 2016)

n3UsEIilu %Recovery WisuifisudimaaeulstuAmnsg Iy 91ngns
% Recovery = 100 x MULULTUUDY fortified sample (3)
ArdituesiegaEuiy + aruiduduresansinnsgiuiiiuadly
4.3.4 Yspifiumnuiiedlaefiansanaindl HorRat
n13Usziuen Precision Tutnauinisusewdiv « 19 HorRat (AOAC, 2016)

RSD (7)
HorRat (r) = —PR.S'D{R} (4)
RSD (r) = nf‘” —x 100 (5)
PRSD (R) = 2C01 (6)

1a C (mass fraction) A ARALNANITNAFDU X 107

4.4 funmaauldudueufinnududusysiu LOQ nane uaz g9 (EURACHEM, 2012)
6.4.1 yusmasTiivesAnaliuviuey §ail
-~ eanlaiuueu Type AlduA msdwszsislunsmeannuiies (Precision)
~ mewliinduey Type B 1ud Ananalduiueuvesimingogns Aanuewdes
(Bias) A1Anuliutueures XRD warAauluniueuwes Atomic weights (IUPAC, 2013;
IUPAC, 2016)
4.4.2 AnaAAN LU ULARZ LAY
4.4.3 sueauliuiueuaNyNUMas (combinded uncertainty)
4.4.4 AaAIANINLLLOULUUYENY
5. Awgiansuuussuluriewans

STYLIAN LSUAY 1 manAu 2564 duan 30 Augeu 2566
d01uiINImeaes ot JURns nduideinunsiall
NN IIYNTHEANINITNYAT NTUIVINTNYAT

NANISNAADILAZIANTA

a A

1. §91ansuInsgIU FegRuTiBInan vesasusulTRuur LAz uiindy

=

NnMsdameansiasguyurakazyuriadu wuin Ifasunsguueaieslansenled
(Ca(OH,) 98%, uAaLBELAISUBLUA (CaCOs) 95%, Ialaluit (CaMg(COs),), BUTH (CaSO4+2H,0) 96%
fhetnedsdnegluinasiunmnsgiureaurn wagfog1santiesmans
2. MawdENfegsiounM e Teifemeianndenuuiiiiend

naweusegansUiulssiuteumsliesgidemaiiamadenuuisdiond Tasnsuauas
dndegndlugunsaliuursnas (Sample holder) WifmthwesnegnaBey fnanwiunind 1
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AN 1 NSNS a) UARI9819MIELATaIUA XRD mill

b) dnenegdlugunsniuuulnay (Sample holder)
c) ABENNBULNLATBI XRD

3. fianiEleneiansUsuURRu i emaiansisnuuisdiend
3.1 ﬁﬂmamwﬁmmzaﬂumﬁLﬂswzﬁmsﬂ%’wqﬂﬁugmn

1NN15AN 1N IUNNTIATIENIAENITIATIEVAITAITUINTTIUY U1 XRD WU
anneilidunisfinaenadosfugiudoyaninsgiu ICOD wazil Intensity g¢ imanzaulunis
AT TAnuEudureanisin (Start angle) uagaugATnevosnIsia (End angle) 71 10 - 115 °
20 GﬁmsamqwﬁLmi\idﬁﬂ%mguﬁun{%uﬁuﬁm 26 18.05°26 LLﬁzéﬂiﬁ(ﬂﬁ 107.48°26 A11AYBINITIA
uiiay Step (Step size) 0.01°20, Hramraniléialusiay Step (Time per step) 60s, faAUALAITL
snduaaiiolinnnsznufisieds (Divergence slit) 1/2 © wazfaruauaunisdwaiiolinn
NTENUTIFEne (Beam mask) 23 mm U1 MIlasziasinassuLaadelansenles ey 20
YWUMUINAYAN wazARiTaees (hk) vendn wiriu 18.05°(0 0 1), 28.67°(1 0 0), 34.08°
(101),47.10°(1 0 2),50.78°(1 1 0), 54.34°(1 1 1) uag 62.59°(2 0 1) AUNNT 2 donAdesiy
FUTOYANINTZIU ICOD (PDF-4) @annaeeiug1udayaunsgiu ICOD (PDF-4) Reference code
00-044-1481 vosan3UsENBY Ca(OH), Tomaus Portlandite
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-tn

indely (¢ ou

Fie et C0HZ_5'% mdml

B aden

1805 (00 1)

IRET (108
FH 8D

W3 (110

3111

P | \ fol il \ | [} § i
MM o LA LY o ¥ ' A A AN 4

T T T T T T
0 » 'H & -] - B 5 -]

" o Theat 1*

A 2 JUBUUMSEEIUNSIEND (XRD pattern) kagiuiiaiananvedasuInggIuyu

3.2 AnwiMIsuniueesduszneumsUTuUssAuYuIn fuasuiulssdueiedu (Matrix effect)
Tumsinseiries XRD Tunafedty

3.2.1 ¥a13u19531uYue1 Yuanda lalaluv wagdudu uvinsiesigsiniganiiglung
s 1edyun1 nudt JUuUUNSAsUuTadiend (XRD pattern) wagdunusRandnvosans
wmspruyuIniidnuaziamzuansaInyuriady dsannsansiadansovinduyurnlduansy
Al 3

Counts

900 - Hydratgd lime
400

100

0 _ dabials "‘“*h....@
3600
1600
400 |

Marl

10000 —

5500 - Dolomite

40000
10000-{  Gypsum J_J L
Ak PRI Ty » » - J_

Position [*28] (Copper (Cu))

A 3 sUBUUNISIRgIUUSENG (XRD pattern) MLaAUAaNANENYBIa1THINTT UYLV
Yuansa talalusl waz8udy
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3.2.2 dhansufuugsRuyurananivasuuUsaRueiindu Tasniswas CaCOs, CaMg(COs),,
Ca(OH,) Uag CaSOg2H,0 Midnsndru 1:1:1:1 Anluesasiildainnsdiuial 2530 : 24.94 : 24.35 -
2537 wdhlUTndeiades XRD §1uau 7 91 nuin Tdnani1seseiUsuna CaCOs, CaMg(CO,),,
Ca(OH,) and CaSOgq+2H,0 WINAU 25.96, 25.17, 23.29 way 25.58 4 % Recovery 102.44, 100.93,
95.63 uaz 100.85 dslaiiAinn155UnIuAY (Matrix effect) 299939AUsENBUANTUTUUTIAUY U7
fuansuiulaRuaiindu uaniwuniwd 4

1:1:1:1 standard mixed

Calclte; CaCO, (25.96%)

Hydrate lme; Ca(OH), (23 29%)
Dolomite; CaMa(CO,), (25.17%0)
Gypsurn; Cas0,-2H,O (25.58%)

| 00-033— 031 1
l | WMMM ol
T T T L T
20 S0 20 100 110
Mo. | Visi... |Ref. Code |Compound Ma.. |Chem|ca| Form.. |Score | scale .. |5pectrum_fs:an | Display Co...| Quality | Subfil...| Crystal System | SemiQuant [...| Database ID
Calcium Ca C O3 50 Cement
Carbonate l ] I m! i I and
1| [ (Epo 01-072-1937 35 0.069 o Blue |S:ALT |5 5o |[Rhombohedral -|minzo19
on Pr...
Calcium Ca[OH)2 100 Cement
Hydroxide l i ] ! “ . I and
2 | (EpD 00-044-1481 34 0.032 5 Hydrati | Hexagonal Ty =]
on Pr...
Calcium Ca Mg [ CO3)2 100 I 1 | Cement
Magnesium and
3| ¥ |iEPD 00-036-0426 | o iponate 20| o172 o e s Hydrati |Rhombohedral -[rainzo09
80 on Pr...
Calcium Sulfate [Ca 5 O4:.2H2O Cement
4| | [(@Epo 00-033-0311 Hydrate 23 0.142 s ﬂ;ﬂrat. Monoclinic -|munzo19
on Pr.

A il 4 nansiade XRD vesyuvrnaniuasUTusRuviindu Inonisnas CaCos,
CaMg(COs),, Ca(OH,) and CaSOge2H,0 Monsd 1:1:1:1

4. arnaeualilivesifinmeijurnimemeianisfsnvuiviiend
4.1 NINAARUYRNTITNUTDITNA@aUYUUINIE XRD (Method working range)
1nMINAFeUEINsIFa (Method working range) nuin ilelfnansunnsguyurniasly
Sample blank fiA2ududugedu Intensity Aazifingetududndrulasnseiu wansmunind 5
FanseuaquatuduyurIiTiasizilddae XRD 9.20 - 91.13 % deuansniunsnei 1
fiauduiusidudunsa r winfu 0.9998 uanimun g 6 nsUszdun1eaaa Regression Wuin den
Significance F 4.4 x 10° Fatfaend 0.05 Uias Howanain A1adsfuAiiiasgsilddae XRD
fauduiusfuegredifoddameada fafuridddauvesiivaaouyuriifie XRD AsouaguYag
ANUTUTY 9.20 - 91.13 % HAavaneay
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Time 1%
Lime 10%
Lime 20%
Lime 40%
Lime 50%
Lime 80%
Lime 90%

Intensity (counts)

90000

62500 |

40000 =

22500 o

10000

2500

Counts

P
1 atrix effipct 9026
10000 —
o i 5 |
atrix effect 0%
10000 — _A A A
.

O_ hatrix effect 60%
40000 —
0 -
160000 - atrix effect 40%6
40000
16[][][)8— atrix effect 20%: =l
40000 —
] B R O e T ot a

150008:F1atrix effect 10% =

}

40000 —

o L+t —————————————————————

20 30 <0 50 G0 70O 80
Position [*28] (Copper (Cu))

b)
AN 5 Intensity YBIENTUINTTIUYUVINTEAUALTUTUGUY
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M13199 1 Kan1FIeTIeiansusuUTsRuunieseilanme XRD

No. % Hydrated lime (Ca(OHy)) % Hydrated lime (Ca(OHy))
AN939 NAs129laRae XRD
1 10.04 9.20
2 19.95 18.71
3 40.00 38.27
q 59.90 59.68
5 79.96 80.38
6 89.87 91.13
~ Yaensldauvesisnagauyurn’
c
& 100
-o?
~ y = 1.0286x - 1.8234
. 80
=
:_c—: 60
s
1< 40
=
&
20
0
0 10 20 30 40 50 60 70 80 90 100
A1939 (Yuw12)

A 6 Yansldnuvesisnaasuyuvicie XRD (Method working range)

4.2 ¥IAIINTINALUNITASIANU (Limit of detection; LOD) kazA13na1nalun1sIngausuna
(Limit of Quantitation; LOQ) maamﬁmswzﬁgmn
MnnMFseisegsilifiarsiaula (Sample blank) wauyuvaludiinaios e
Fasimlun1snsaIany (Limit of detection; LOD) ¥1n1531A51¥% 10 §71 wuin A1 LOD wirdu 0.10
way LOQ fildannmsdiuna whiu 0.34 91nn15A1UInS FILERIRINLATS 2
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M990 2 wamATIesegilitiansiiauls (Sample blank) nauyuund (Ca(OH,)
TuySinalaemen3as XRD

Replicate % Hydrated lime (Ca(OHy))
1 0.25
2 0.23
3 0.23
4 0.14
5 0.26
6 0.24
7 0.20
8 0.23
9 0.23
10 0.20
Average 0.22
SD 0.03
LOD (3SD) 0.10
LOQ (10SD) 0.34

4.3 figarimnuusiu (Trueness) WagAIATES (Precision) Y9MsAATIZHYLY1 Tianududy
#1 (LOQ) nana IGERN
NMNNSNANENTNIATFILYLV1IAY sample blank Aisziuamdudusi (9.76%) seiuam

\Wutunang (59.64%) wagseaunIUTNTUEe (86.76%) TiA1EUTU 1MUY (Ca(OH), Ingdnnae
\A3es XRD Aduduay 10 61 Tasnsinsgvisnetu wuih Aadeiitesedliuasarmiuliuiuon
fsgfummndadiusn WAy 10.0740.31 sefuanantatiunans windu 58.55:1.64 uazsefumdudiugs
Winfiu 86.78+1.93 uawin1sUsiliuAugndes (Trueness) 3N % Recovery wazANMLTEs (Precision)
99nA1 HorRat #U31 §1Aa1uusiu (Trueness) fiuanssian % Recovery fissdiunnnududusi 103.18
Aandudunans 98.18 uazarnaidudugs 99.46 Taauiiles (Precision) Akanfa8en HorRat
finnandiudius 0.84 aududunans 0.94 mnududugs 0.32 Fsuansumnsei 3
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M19199 3 NMFRFIUANUYNFABY AIULTEIVBINITIATIENY U NAMUTUTUTEAUAT NAN Uazgs

XRD result (% Ca(OH),

Replicate A1 (9.76) na1s (59.64) 54 (87.25)
1 10.03 59.68 88.07
2 9.68 59.33 86.75
3 10.31 59.36 87.33
4 9.72 58.04 86.36
5 10.21 57.61 86.22
6 10.03 59.36 87.33
7 10.31 59.35 86.36
8 10.21 57.61 86.22
9 9.89 56.02 86.22
10 10.31 59.18 86.36
Average 10.07 58.55 86.78
SD 0.24 1.19 0.56
%RSDr 2.38 2.03 0.65
PRSD (R) 2.82 2.17 2.04
Trueness (%recovery) 103.18 98.18 99.46
Precision (HorRat) 0.84 0.94 0.32
ArmulakduousIN (U 0.153 0.819 0.964

Uncertainty (U) Tz

4 o 0.31 1.64 1.93
AIULYDUU 95%

5. MAERUITIATIEIYUYIME XRD fuiiegwansuiuldiuluriowmann
1nNsdeg T Imeauvieanaia faansyyinduyunn $imau 13 freee an
AAT1gAA2Y XRD U1 dre81adiosduseney 2 vdayu iuA Yuv1n (CalOHy) n3odoniaus
Portlandite waz Calcite (CaCOs) 97U 9 F0819 HasAusenau 3 vllayu Lawd Yuu1d (CalOH,),
Calcite (CaCOs) wag Dolomite(CaMg(COs),) 31U 2 e84 wazilosAausznau Calcite (CaCOs) Ligg
2IAUTENOURYY 9113 2 Feee InediuSua Ca(OH,) aglutas 0.46 - 93.16%, Calcite (CaCOs) 8y
lu4 6.84 - 100%, Dolomite (CaMg(CO5),) aglugag 2.02 - 23.87% Fauanamums el 4
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M13199 4 NaIATILNEIBE A TUTUUTRUYUUINUTIBINAIR Mg XRD

Result (%)

Sample Portlandite Calcite Dolomite
(Ca(OH,) (CaCO3) CaMg(COs),)
Sample 1 92.95 7.05 -
Sample 2 88.13 11.87 -
Sample 3 92.64 7.36 -
Sample 4 93.16 6.84 -
Sample 5 0.47 99.53 -
Sample 6 - 100 -
Sample 7 2.27 97.73 -
Sample 8 - 100 -
Sample 9 0.46 99.54 -
Sample 10 1.99 98.01 -
Sample 11 0.59 99.41 -
Sample 12 45.08 31.05 23.87
Sample 13 28.67 69.31 2.02
dgunan1Innasg

Msinseiansufulssiuurmdemaiansdsiuuidienddunslinsgiwuulivinas
Freg1alaeduainnismaniasimuiganlunisinsiest nudn ansfimuisanlunisinsisi
a’liﬂ'%luﬂiqﬂawﬁlm’n ﬁﬂ"llguﬁ' 10 — 115 26, Step size 0.01°26, Time per step 60 s, Divergence slit 1/2 ©
way Beam mask 23 mm l1n15Us21duA2873 Rietveld refinement &A1 20 9996 ULRUNNANSN LAy
ARYtliaees (hk) vaandnyindu 18.05°(0 0 1), 28.67°(1 0 0), 34.08°(1 0 1), 47.10°(1 0 2), 50.78°
(110),54.34°(1 1 1) waz 62.59°(2 0 1) @onandesiugIudeyaunsgIu ICOD (PDF-4) vesansusenau
Ca(OH), #om19us Portlandite Tassa¥1sndnduuvuieneyinuoa JUuuUNIsEsLULTIEIand (XRD
pattern) yosyuvnWIsuiiisufuyurindunuiriidnvazianzunndiaainyurindu uaziilet
asUFvUsAuyurnRanivasUfuugeRusiiadu Taeni1suan CaCOs, CaMg(COs),, CalOH,) Lat
CaS0s2H,0 7idnsdau 1:1:1:1 Iikan1shnset Wiy 25.96, 25.17, 23.29 uaw 25.58 & % Recovery
102.44, 100.93, 95.63 uay 100.85 @slaiiinn1ssunmuiiuresesiussnousu anunsedeaziyuu iy
anmeiidegayurrnauiuyuriindu nmamsaaeumnuldlivesisinges fid1 LOD 0.10% f1 LOQ
9INNITAIIN 0.34% T1A1uualy (Trueness) TILAAIGIBAT % Recovery 7 103.18, 98.18 waz 99.46
fimnuiios (Precision) fiuanadean HorRat 0.84, 0.94 ua 0.32 i sdudusin nang g9 wansbiiuda
iy wazenuisavnzanfiaslfiiuisinneiyurn fnrendudu10.07:0.31, 58.55+1.64,
86.78+1.93
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AT VRVRUANEIUNUAMENTTUNTALESY INgAans 398 waruinnssy (anad.) Ailvng

AtUAYENUITY UazYoURUNTEAMANYIITEIYIY HO1WIen1T TIHAIUSNYT wavdouuzdl naonnIs
A liussaingUssasAvesanidelunssil

nsunauIetUTdus e v

1. dddnmvauiivuaziannisinuns [dUeyanansiiasevansuiuuseu lun1smivau auanunn
asUsuURRL ndauagdvine mataiduardsean feneluiaiassme

2. VosuFuRnmeiienusy (naianniiau nsulssnugnanvngsy) waziesufiRnisonty
wnivende YislUlaluduiBuessguluiesufiinig

3. vesufuRnmsdugiinie diinifouasiauinmanunsiani 1 - 8 vesnsdvmainens el
Fnnwinasgu dumseeuiuluszduaina Weliudnenm wazaianasgun ey
naaouliannniisnldluldlunmsneaouldediainisnfulussiulssma

a. nwasnsléldasusugRuildunsgiu muaansey daunmasinueainsyy aansgyide vie
anmwhaneamnmesRuiiinanmslfasusuusauiaUssalalldnnsguluiui

5. fusznaunis lunmsdmadeseilldlunsmivaunmuninansuiuuseiu anunsaiuau aua
ANANANTUS UYL TnBnuazsviing uaznsdsduldngmane

LONE15919D4

panstinadrUgivanen. 2548, Jgiinedesiu. drfnfiuiumivendoinunseans, namme.
nsuWauIAa. 2556, szidpunsuiauiiduindnenisldiniomineyuseainsgiudadonisudn
NNATINYAT. NI
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WALIWMATIANTITIATIET AN INUNNINTFIUNITATIVTUTD
dsuSuUganuEUgy
Develop analytical techniques and establish standards for certification
of gypsum in soil conditioner
wawad pars wasal yd aunTiue uxdaeu gn1 ssuns a5 dnsarein
Nggadd pareguna neSex Java 9331 NAAISEz A 15504 YAYRT
Pojjamarrn Poosarrm Jittirat Choochat Songkrant Malisom Supha Photichan Yarnthicha Jittsa-aad

Kanthana Klaigaew Korreah Binlee Charirat Kusonwiriyawong Wannarat Chutibut

QGHERHIRI MR NaaI LA TLNTHNEANNIINITINEAS

ABSTRACT

The objective of this study was analysis of the quantitative and components of gypsum
in soil conditioner by a rapid, non-destructive technique analysis of samples. x-ray diffraction
(XRD) with copper metal Cu KQL energy (A =1.5406 A) at 25 °C. Optimum conditions for analysis
range 5 — 70 °20, Divergence 1/4 degree °208, Beam mask 23 mm. step size 0.020° 26 and
measurement time 20.17 minutes. using rietveld refinement method, simultaneously detecting
them based on 20 of peak position and miller index (hkl) were 11.61° (0 2 0), 20.70° (0 2 1), 23.36°
(040),29.08° (04 1),35.93°(0 6 0) and 47.82° (0 8 0) confirmed using the search library match
databases ICDD (PDF-4) of the compound CaSO4¢2H,0 mineral name Gypsum. Find the LOD value
equal to 0.44 LOQ obtained from calculation is equal to 1.48. Verified the accuracy (Trueness)
and precision (Precision) at low, medium and high concentrations by mixing gypsum standard
substance (CaSO4+2H,0) with Samples that do not contain the substance of interest (Sample
blank) by using calcium carbonate standard substance (CaCOs). This method can be quantitative
analysis of gypsum found That there is accuracy (Trueness) shown by the % Recovery value at
low concentration 98.74, middle concentration 95.53 and high concentration 99.61. There is
Precision shown by HorRat value at low concentration 0.73, medium concentration 0.89
concentration. Height 0.12. From taking samples sold in the market The label indicates that there
are 12 samples analyzed with XRD and then compared with the ICDD reference database (PDF-
4). The samples contain 3 types of cement: CaSO4e2H,0, CaCOs and MgCrCO5(OH,). The amount
of CaSOq+2H,0 is in the range of 49.6. — 73.1 %, CaCOs is in the range of 26.9 — 50.4 % and
MgCrCOs5(OH,) is in the range of 26.9 — 31.7 %.

Keywords: Method validation, X-ray Diffraction (XRD), Gypsum in Soil Conditioner
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unAnga

fonUsrasduosauided ielinreiviinuueresruszneutasnsusulssiuiudy deweie
MRS EAiiinuTIng weglivhaneseds Aomaiansideuussdend (X-ray diffraction ; XRD)
1¥5edondnditndulavemosuas (Cu KQ) mmemeduvessadiond (A) witdu 1.5406 A 71 25 o
waldyad ATIeideyalasiaiawan waredAusznau lagd19deanal 20 vesiiunleiin n5I9aeU
Fugnutoya ICOD (PDF-4) wuin annefimanzanlunisiingzsid sauuiiasiedt 5 - 70 °20
Divergence fi 1/4 degree °20 Beam mask 7 23 mm. step size flawn 0.020° 141813 ins1R s
20.17 Wil wazilednedeainan 20 vessunsiia fuArsviifiaaes (hkl) wansi 11.61° (0 2 0), 20.70°
(02 1), 23.36° (0 4 0), 29.08%(0 4 1), 35.93° (0 6 0) uag 47.82° (0 8 0) MUAIWU ¥11N13911A1 LOD
windu 0.44 LOQ fildannnisduial wiidy 1.48 uagsinisigatimnuusiu (Trueness) wazAnaLiiog
(Precision) finmidudusn nans uazgs INNTHALANTINATEIUBUTY (CaSOe2H,0) fu Faeensilai
arsfiaula (Sample blank) Tagnnsldarsuinssiunaaidoun1duaiun (CaCos) wuln danuusiu
(Trueness) TiLan9sI8A7 % Recovery fisziuAnududusi 98.74 Anududunans 95.53 wazaiy
Wudugs 99.61 danandles (Precision) finansdiean HorRat Aimmidudum 0.73 armdudunans
0.89 Aandutugs 0.12 nmsihFegwiidmieaurieinatn faanszyindu S1uu 12 fegs
UAATILNNIY XRD Wavinmsiiguiugiuteyad1ase ICDD (PDF-4) fregeilesAuseneu 3 wilayu e
CaS0q+2H,0, CaCOs hag MgCrCOs(OH,) Uuad CaSOse2H,0 ag/luta 49.6 — 73.1%, CaCOs g/lu
Y39 26.9 - 50.4% way MgCrCOs(OH,) agluyae 26.9 - 31.7% a@111301138n153LATIEvinewmaila

mMadsnvuidiend iuszgndldlununseesduszneunandusiansusuussnuld

Fndndny: manmnaeuruldlduedis wadansidenuuiidiend (XRD) ansusuuzsRudUd
AL

sudu |uussiavisfeunadoudamalainsian (calcium sulphate hydrated) dnwuzidy
sUNGNIWIAA 9 U du1n vSeveumndes Tuswas Ianuwdties fians CasO, . 2H,0 1INgATNY
wiBuduFeilassadandnusznaudie uaaieslonou (Ca*) Famnlossu (SO,) uarluanavos
(H,0) funFendunans avaelutldfuiedeudef Tuegivanuasdesvaaiedudy anlasadig
Aanandadimailuldusslevddiunisinens nande Iduasuiuanmdunsauasfuny laeged
Usgdngnn treanszauanudunsasaranufulufu vibiaulianumnsaudunistdussleving
mawnwaznniu Ensdetan, 2561) uhilesanmsliesgidiefigaiinduduiy fo dososdusenou
83 Ca0, SO5 uay CEC Fadasdldasiall ilusunsneredauanden melduadsiiddmatanindoauu
Sadend (X-ray diffraction; XRD) \Uunsimsgsinuulavinanesiedns (non-destructive analysis) 131
Thilesnmaiiag Uszuda :an51 Miegsdes lildarsedl asadeseduundon Taomainatign
thindsegndldifiodinszilasainsdnuesasuszneu ferdisluvulassaisndniidadsadusuuuy
sine) eduasesddiond annsenuiuivemdn Seflendasiinnsidsau (diffract) Tuvassiiunsaau
s unzqadlugndniiogsasly uazasifinnisidsauudnads viliguuuy (XRD pattern) ¥89n13
Aonvuddiendunnsinatiu musiinuesarsussnay kans1iAs1giain XRD shliansausnyssan
wazvilavasian Indsvuuulassasindnuuule (Al-Jaroud et al., 2007) Famdnmsvhauveunadanis
Aeuuiediend ordemstaamnuduvesiidfiasieusenunfiyueg q Tnsfivuauasuszguasesnen
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vesansUsznausasrlinasisuuuuamei Wisuldtuaeiafievesauiiuanatu ndnduihdeya
Alalussuifisuiugiuteyaunsgiuivinn1snsraialagesdng The International Centre for
Diffraction Data viliansnsaduduldinduansuseneu viionansusimaituase (COD, 2019: Reid et
al,, 2006) Fsaunsaimaianindenuussdiond wuszgnaldlunsmBudu wseasusuusshvein
3uq Tnedududuusiidansusznoundnie wradeudamalalawmsn (CasOm2H,0) (Al-Jaroudi et al.,
2007; Nesse, 2016)
nuATeifdsmaianmadsauuddieond (x-ray diffraction; XRD) inuszendldlumsnsnaey
AR U U IR TnefnwiAeafuamsusznousineg Mhliaansausnussion viavesian
v3ed udeuuluaisuiuussauiiidiving (Reid et al,, 2006) Tnesjaiuinansusuugeiudiddiming
o Jagdu 'ﬁs'uﬂﬁmqm:uﬁmﬁﬂizﬂaumaaNamﬁmsﬁmd’]ﬁuﬁ%daj (Shinde et al., 2019; Tamer, 2013)
gUNIalLaZIzNTS
Yanaunsal
1) pdedinzimemaiadeauuddiond (XRD)
2) w3e3undiegns XRD mill
3) fau
4) w3estvegsanBuanalion 4 Fumis
5)  N3zUNAIL UIA 10 Uadans
6) Grinding jar
7)  Grinding element (Agate)
8) MzINTITOU 0.5 UaALUnT
9) Petri dish
) WYIULASEUAIDENIUY Powder
11) Holder powder sample ring
) Powder sample ring 27 mm.
) iesesuiuayTanduq MtluresfoRnmsinnei
dsiadl
1) asunsguLAadeudauielalewnsnauuIans 99.7% (CasOs2H;0, purity 99.7%)
2) mimmgmmaL%smmi‘uat,umﬂ’mm’%qwé 99.6% (CaCOs, purity 99.6%)
3) mimmgmmaL%EmLL;JﬂﬁL%sJaJmi‘U@Lumﬂ’JmU?qwé 98.0% (CaMg(COs),, purity
98.0%)
) asnesguseaideilansenledniuuians 95.7% (Ca(OH),, purity 95.7%)
) Silica gel
6) 2-Propanol, 2.5 L
) ansuSuUseRuyudUduy
) Si XRD standard

314



35015
1.

FIUTIUMB Az ANYIaNTRNIaINgNLAEINALAL
FIUTINAIRENETUTUUTAUTUTY wasAnwraud@nianignmasnLalinuAuan Yy
MamalaveasUTulTRudUdy Audnvugmanalinvesdudy lawn YSuia Cao, Usuna
SOs, CEC LagauInoynIa susasgiinsumine nsssdimun
AATINANYULNZTIAUNINYDIFIRE1NEULY (XRD pattern)
gudu Jaudfivuse fawuusznovvesuaadoudaaduesdusenaundn degeans
1IAT5IU WazHAnTeiansUTuUgeiu azgnihunTieneilagldindosiinsegsidmemaians
Aenvuiediond (xRD) MH¥sdondifithidulansmouns (Cu KO) eugmaduvesisdiand )
Wity 1.5806 A 71 25 saruwaldea (Cu anode, KOL at wavelength 1.5406 A at 25 °C) 3as1zH
Faes 5 - 70 20 JULUUMTALAULIEsSsEend (XRD pattems) gnusziliudheimeaiia Rietveld
Refinement Inglalusinsu PANalytical X'Pert High Score Plus (Ver. 4.9a (4.9.1.29739) 2021;
Malvern PANalytical B.V. Almelo, The Netherlands) WlenTvdeuinvesasusenau Sﬂ’a;ﬂa
Tasaaandn uazesAUsznouiifoglusnetng Ined1dsaindn 26 vesiumisiia (position) way
MTIRdRURUFIUYRLAB1984 ICDD (PDF-4) (ICDD, 2019)
yiisuavaneunzaslunmslinsgsiansusuUssuyududu
Tnenawieudieduieunnilulinmeilngliiniosdinseidomaianiadsuusa
1ond (XRD) fograndnfariansusuuseiududu Usna 1 - 2 n$u lugdveudelfunsvunmidn
n11 45 luaseu azgnussyadluiladietis (Sample holden) flvuintdustugudnans 27
faduns mnuvun 2 Taduns warsaseussainauevinfuynfismsuiiioniiieu wagiing
FaSuaaveananet9dasy (random orientation) anEfiiuneauazd ot Start angle, End
angle, Step size, Time per step, Tension, Current Imaﬂﬂﬂ%’afl'ﬁmmig}uguﬁﬂ%’u
AnwnssumuiuresesduszneuasUiuUssRuYuBUFIAUansUSURUTEndY (Matrix effect)
Tumsinsetaas XRD Tunadeaiu Amnuidudu 7 seu
WBuaunss U TUSUUTIRWUBUSL vasnandudu 4-95 % lufhegisasuiuueiu
Yusnda Yurn uaglalalant iilunaaeuderies XRD fieduduay 3 61
nsraeuauldliveisingen
5.1 Anwin1snaaeuaen1sideu (Method working range)
5.1.1 fnansunsguasuSuUeRuYudusy ivasanududy 4-95 9% lu
fhegansusuussiu Aty Sample blank thlunaaeudeiades XRD fianduduay 3 4
5.1.2 Uszifiuanududunsalagnisnianuduius seninennududunes
fheestuaududuiinsedls (Correlation coefficient (1)
5.1.3 Useliiunn9aia Regression laaiaseun Significance F
5.2 mmA¥indialun1snsIany (Limit of detection; LOD) uagdadninlun1siadeusunau
(Limit of quantitation; LOQ)
5.2.1 §9779¢19 Sample Blank tAnansunsgiududuy asluluvFuudes
AIUMIAITATIAALUN1TATIANU (Limit of detection; LOD) kazdndninlunsingeusuia
(Limit of quantitation; LOQ) a1n@uns
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LOD = 3SD (1)
LOQ = 10SD (2)
Tag SD #e dhuidsauummsgiu
5.3 figavaugnees (Trueness) LagAaLiiBs (Precision) nmidaduszau ¢ nana g4
waz ANuliLUUeUYBINITIA (Uncertainty)

5.3.1 WsnansnAsgIuduTy finnududu s nans uazge dudumsmeaey
pisneaauiinuun mnududuas 10 1 (aevinsmeaeufinauwansieiy Yuas 1 sy
nan 10 )

5.3.2 Suiinausunaansuasprududulunheiosidus (%)

5.3.3 UssidiumnugndeslagilIsuiiisuaninaasuldfudsnasgiu lngns
#1315001 %Recovery lagldinaust AOAC (2016) 3ngns

% Recovery = 100 x ANUULTUYBY fortified sample (3)

ANUTUTUYDIFIBEIUTUAY + AIUTUTUVRIATUINTTIUNFNALY
5.3.4 Useliluanuiedlagiansanaindn HorRat
n15UsEliuen Precision Tuinaueinsusesiiu : 19 HorRat (AOAC : 2016)

HorRat (r) = RSD (r) (4)
orRat (r = PRSD(R)
RSD (1) _ 2 %100 (5)
mean
PRSD (R) = 2001 (6)

Wie C (mass fraction) fie ALAENANITNAGDY X 107
6. MeaeuIsiuMsgasUsulTRuluiownan
7. @jlduasseaung

3581981 \Susy 1 manAw 2565 @uan 30 fug1eu 2566
A0UNIINITNARRY MU UANITIATIAY NFUITESTUUATINAOUANNINALLAZLN
naw3deinunsiall drinddeimuladenisudnnimsinens
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NANISNAADILAZIRT

Lisrusiuiiegeansusuussaududy wagldfnwiandfinianienimuasmaniinunuanyoe
MawmailavesasusuusaRugudy wuind Cao agluyiasosar 32.90 - 33.00, SO; aglurieiaeas
45.00 - 45.60 wagAn CEC agluy39 0.2 - 0.6 (cmolc/kg)

v o

A15199 1 audRn19ALivesBuTUsISUTRRaLBUTUFWATIEY (Usennadalndudy)

- Usziangudu
GIMVGRINEKEY —— = 0
PUTNETTUV Woalwdudu

CaSQq .2H,0 (%) 93.36 95.48
Ca0 (%) 33.38 32.98
SO (%) 45.63 45.34
Solubility (/100 g H,0) 0.2635 0.2713
YumeyAARAY (Lim) 337.70 200.30
A1 CEC (cmol/kg) 0.2 0.6

11 YIUNg, 2554

NTIATILAlATIATNEN UazduUTznaulBausale XRD Y8easunIg B ULy (CaSOe2H,0)
#roimniia Rietveld refinement wud1 JULUUNTTLE BUuT093dL0nd vesa1sunsg L Udy
(CaSOq4e2H,0) Uiﬂﬂgﬁi’%mmﬁﬂ 20 1 11.61° (0 2 0), 20.70° (0 2 1), 23.36° (0 4 0), 29.08° (0 4 1),
35.93° (0 6 0) WAy 47.82° (0 8 0) MIUAINY @NWNTABUAUFIUT0Y@81989 ICDD (PDF-4) wun
aonAdesiug uTeyassde ICDD 00-021-0816 Faduasuszneuuaaidoudaiinleinsn n3ousdud
(Gypsum) fiassadednuuululunain (Monoclinic) (ICDD, 2019) (1wl 1 wag #1319% 2)

B Gypsum; CaSO ,-2H,0 ( 95.0%)
| Calcium carbonate; CaCO , (5.0%)

T T
= =o R == =

Peak position 2theta (Copper)

[ Nu.l\ﬂs\... |Ref‘ Code Compound Ma.. | Chemical Furm...lScure ‘ Scale ‘ Spectrum / Scan IDlsp\ay Cu..‘lQuahtylsubﬂl.u Crystal System iSEleuant [mlDatabasE D

Calcium Sulfate |Ca 504 2H2O 100 m Cement
Hydrat d
1| @ |igpooo-021-0816 O 24 0213 Blue |5 Hydrati | Monadinic 57 |MIN2019
0 220 4 &

on Pr..

Caoon, i & Em i
Carbonaty d
2| @ |(ipoo1-083-4608 ~UO"E 3| oozl lime |S;NAT...| 35 oy, |Rhombohedral 3 Min2019

o 50 100 18 8 on Pr..

AT 1 ULUUNSIEBIULS LN (XRD pattern) 489 CaSOg2H,0 WAy CaCO; Aldgnutoyasnids
ICDD (PDF-4)
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M13199 2 YoUaveaNsHINTFIUBUTY (CaSOs2H,0) NowBaiugIudayasieds ICDD (PDF-4)

General Parameters

Reference database ICDD Code

00-021-0816

Scan axis

Start scan position
End scan position
Step size

Scan step time
Measurement time
Type of scan

Cu K-

Cu K- 2

Cu K-Beta
Compound name
Mineral name
Chemical formula
Space group
Crystal system

Gonio

5.0109 [°20]
69.9769 [*"20)]
0.0220 [°20]
94.0950 [s]
20.17 [M]
Continuous
1.5406 [A]
1.5444 [A]
1.3922 [A]
Calcium Sulfate Dihydrate
Gypsum
CaSOge2H,0
C2/c (15)

Monoclinic

HANIAARUNAN Tl T NATIIAT e mATlansdsIuusdiend lunmsieses
151 351UBUFL (CaS0e2H,0) lngvin1snaaeu Divergence 1uu1n 3 ¥y il 1/2, 1/6 uaw 1/8
degree °28 Beam mask FUunn 3 ey sl 13, 20 Ay 23 mm. Wag step size Fuunn 3 seevU sl
0.002%, 0.010° waw 0.020° ansnidenannedilslunsinansusulssiudududad Divergence 7 1/4
degree °20 Beam mask 71 23 mm. step size fiuun 0.020° uaz THaa1iAszsisan 20.17 undl

1NNIANINITTUNIURUTBIRIAUTENDUATINATHIUBUFURUasINAsgIuvidadu (Matrix
effect) Ingn1snandudu (CaSOge2H,0) Yunsa (CaCOs) Yur13 (CalOH,) wavlalaluvi (CaMg (COs),)
fisgsuamdudu 3.87%, 9.70%, 19.51%, 39.20%, 58.58%, 78.33% waz 95.12% ud1tldinsae
P38 XRD $1171 3 91 WUt Tinan1T3A TS InaB Uy (CaSOm2H,0) Wity 3.98, 9.90, 20.08,
40.36, 58.53, 80.67 way 95.32 & % Recovery 102.83, 102.10, 102.93, 102.96, 99.92, 102.99 uag
100.21 Fslaiiinn1ssuniuiuvesesdussneuasuinsgiududuiuaisnassiuaindu (Matrix effect)

U dl
AILFAINIUNTITINN 3
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M1 3 UARSHANITIAT IRV TN NS INEUTURaNR U wINTa Yuu uaelalaly Nseauemuty
PN 7 SEAUA UL

STAU % CaSOqe2H,0O % CaSOqe2H,0O % Recovery
ALY Fwsey F5aléime XRD
1 3.87 3.98 102.83
2 9.70 9.90 102.10
3 19.51 20.08 102.93
4 39.20 40.36 102.96
5 58.58 58.53 99.92
6 78.33 80.67 102.99
7 95.12 95.32 100.21

Faogluinamives AOAC (2016) firfmualidn fi5eiu 1% % Recovery azogflutiag 97-103%
WA TEAU 10% % Recovery 3¥ag/lutd 98-103% Lagseauanududu 7 sy Ae 3.87, 9.70,
19.51, 39.20, 58.58, 78.33 ua 95.12 il %Recovery agluinauiiviaviain

Anwnsmadeauten1slgeu (Method working range)

NN1INAaaUE9NSIF U (Method working range) wua1 il elfuansunnsgrududuadly
Sample blank 7l At udugsdu Intensity Aaziiinged wdudndulasnsstu wansmiunind 2
FanseuaguANLduTuaTIINIgIUBUTIATIATIEWlAR Y XRD 4.14 - 9523 % FauanananIei 4
fianuduiusifudunsa r i 0.9998 wansmua g 3 n1sUszfiun1eadi Regression Wudn el
Significance F 4.4 x 10° § 91fo8n71 0.05 UF1as Howani21 A1a3afuai Tiasizvlesag XRD
fenuduius fuedefidoddgnieads daduradldeuvesisneasuatsuinsgrudududae XRD
ATOUARNYNANITNTY 4.14 - 95.23 % HAuvanzay

TeGypaum -0} 1

J— S . J,. -..j-_U\_Mt_M._h_uh.a Counts

1% Gypstm «Cac03

CaS0,:2H,0

— 4% Gypsum +CaC03
640000 1 — 10% Gypsum +CaC03
— ”%Gfps m+a003
- W Gypum + 03 — ;ﬂ% Gypsum +aCO3
J | | 60% Gypsum +CaC03
80% Gypsum +(aC03
IS GypSuM FCaC03

Ny (S R O Y RN TP 360000
‘ e Gypuum -CaC0 [

g I/ [ O Y AP TN O R Y O T

] l B Gy G403 q 1e0m0- fCacoa
il
] N A -
1l

B0 Gypsum (a0

40000

i 55k Gypaun <03 [
H i_ _l_l_’l_n_n._ B T M Y o O —

10 0 ] 4 ) i 10 20 30 40 50 60
Pesition ['28, [Copper [C4]) Position [26] (Copper (Cu))

AN 2 Intensity YB9ETUINTFIUUTUNTEAUANILTNTUG Y
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v aa

A1519% 4 LAAINANITIATIEN TR IuBUTuTATIEYlaRae XRD

FZAUAY % CaSOqe2H,0 % CaSOg4e2H,0
RG] Fim3o 75aledae XRD
1 3.98 4.14
2 9.96 10.12
3 19.92 19.24
i 39.84 39.20
5 59.76 59.71
6 79.68 79.03
7 95.87 95.23

meudUTUSdadunss (Linearity) a1nnnsnsnssisnegneiildfiansiiauls (Sample blank) g
n15l4 CaCO; wanfuansunsgIueudy ﬁmwmmLﬁﬁmﬁuaﬁmm@u%%’u 7 S¥6U A 3.98%, 9.96%,
19.92%, 36.84%, 59.76%, 79.68 way 95.12% Arunduduaz 3 41 Usuidluen correlation coefficient; r
409 Linearity WU 0.9998 Fan i 3

ANBUTUNINLARELASBY XRD

120

100 y = 0.9991x - 0.1752

r=0.9998
80
60
40
20
0
0 10 20 30 40 50 60 70 80 90 100
ArdUgunlaannnIsAILIN

A9 3 nsnlUszliueAn correlation coefficient U84 Linearity M13nR381A399 XRD

WANTATINAUNITATIANU (Limit of detection; LOD)
NMTTAseideg1ei lifiansiiaula (Sample blank) Tnenasld Cacos wawans
uasgrudvduluuTunudes iednwdadidalun1snsaany (Limit of detection; LOD) #1013
31A5129 10 91 Wudn dA1 LOD A 0.44 way LOQ #ldannisiuan i 1.48 dauansnn

AN5199 5
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AN519% 5 NSANWITAINARLUNISHTIINU (Limit of Detection; LOD)

Rep. XRD result (% CaSOgq¢2H,0 )
1 1.20
2 1.10
3 1.50
q 1.20
5 1.30
6 1.10
7 1.40
8 1.20
9 1.50
10 1.30
Average (x) 1.28
SD 0.15
LOD (3SD) 0.44
LOQ (10SD) 1.48

yinsfigatinuusiy (Trueness) wavAIBdins (Precision) iAnadudus (LOQ) nans uazgs
MNMSHANATINTFIUTUTY (CaSOw2H,0) Audaegsiilifiarsiaula (Sample blank) Ingnasld
asIRsgIULAALEENAIUBIUA (CaC0,) Msefumnuitadiusi (4.01%) sefuarandudunans (39.90%)
uagsRUAITLTUga (95.87%) TiAT1EiUTINMIANTINATEIUBUTY (CaS0.2H,0) Tan aseia3eq
XRD At uduar 10 1 lagnsTiasieaneiu udvinisussdiuaiugndes (Trueness) a1n
9%Recovery WazAIIULT 89 (Precision) 91nA 1 HorRat wu11 S A21uual u (Trueness) 7 Wan I 28 A1
%Recovery fisziuaadutus 98.74 anmidudunans 9553 wazanandudugs 99.61 il
(Precision) AuandF8A1 HorRat 7iA1aidudus 0.73 Auidudunans 0.89 arududuga 0.12
Fauansmy 915197 6 Ann1snTaseuauliliveds nuin Fiessiaanesgududu fomeda
XRD flennasiunazanuiilsamnganiisssuanududu 3.95 - 94.63 %

M13199 6 NMINFIUANUYNABY ALY NANULTUTUTZAUA NN LAz

XRD result (% CaSO;¢2H,0)

Rep A (4.01%) nang (39.90%) g9 (95.87%)
1 3.874 38.257 94.278
2 4.004 37.458 94.839
3 4.070 37.308 94.407
4 4.049 39.437 94.481
5 3.977 37.457 94.866
6 3.829 38.037 94.450
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M13199 6 NMIAFIUAIUYNABY AUTIBT NANULTUTUTZAUA NN LAzl (D)

XRD result (% CaSO;¢2H,0)

Rep f (4.01%) nang (39.90%) g9 (95.87%)

7 3.799 38.498 94,752

8 3.898 37.857 94.465

9 4.014 39.583 94.892

10 3.982 38.226 94.826
Average 3.95 38.21 94.63

SD 0.09 0.79 0.23

%RSDr 2.37 4.28 0.24
PRSD (R) 3.25 2.80 2.02
Trueness (%recovery) 98.74 95.53 99.61
Precision (HorRat) 0.73 0.89 0.12

BaszriUsinadudiluiegsansusul Rulueman

91508197 Smuemaieenatn aanszyinduasudulseAududy Tua
12 fheg1s 11ATIENIE XRD WaIIN5iguiugIuteyas1a8s ICDD (PDF-4) diegeilesAusenau
3 vfiayu Ifun BUd (CaSOe2H,0) Fanssiuteyasnede ICOD (PDF-4) angssia 1y s3a 00-021-
0816, 59%%a 01-074-2787 \Judu waa@esua1suswun (CaCos) Gﬁdmﬂﬁ’uﬁagaéjwﬁa ICDD (PDF-4) a8
SWa 19U 9% 01-078-4614, 01-083-4602 way Lunilideulasifisunisusiunlansonlen (MgCrCOs(OH,))
Famsarutioyasnads ICDD (PDF-4) s3a 01-080-30371as#l awnsausnuAaLToLASUBLLA (CaCOs) U
wunfil@ealasifionasueiunlansonlas (MgCrCOs(OH,) tnganunsawusaanidy 2 nqu wiazngu
Uszneuseyu 2 wiln fie nquil 1 Uszneusiedeogsdiuiu 10 fegis Tusegaszneudie
a5UUUTIAUBUT (CaSO2H,0) uazunaLdoNAsuBLLn (CaCOs) Waz naudl 2 Usznoudeiiegng
F1u7U 2 fa9819 ludreg19UsenounlgalsuTuUTaaudud (CaS0q2H,0) waziuniliduulasiiley
Asuslumlansenlen (MgCrCO5(OH,)) avdanuand 1 ﬁaaﬂwaﬁﬁﬂ%mmaﬂiﬂ%’wqaﬁu%sﬁ’mﬁaamfﬂ
50 % Tnensaaiald 49.6 % Fafu aenuUTaasUSUUTIRUEURY (CaS0.2H,0) ogflurag 49.6 -
73.1 %, uPABENANTUBLIWA (CaCOs) aglutas 26.9 - 50.4 % uay uwini@eulasilouamiveiunlansonlen
(MgCrCOs(0OHy)) agﬂuﬁd’sﬂ 26.9 - 31.7 % (A157971 7 way N 4)
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M19199 7 HAIATIERR0E9aIUTUUTIRURINYIBRAIR Aag XRD

NAaILAIIZI (%)

PIRE CaSOg2H,0 CaCO; MgCrCO5(OH.,)
Freghadl 1 69.6 30.4 -
Fregnedi 2 53.0 47.0 -
Fegnedl 3 71.2 28.8 i
Freeadi 4 61.8 38.2 -
Fretaf 5 71.7 28.3 -
Fretad 6 69.3 30.7 -
Fregnedi 7 73.1 26.9 -
fegnadi 8 49.6 50.4 -
Fregnedi 9 73.1 . 26.9
fregnedl 10 70.1 29.9 .
Fregnedl 11 68.3 i 31.7
Fretadl 12 64.4 35.6 -

_|Sample Gypsurm ﬂ pl %
3 =
“|sample Gwsurg 2 LR h . = 3

| sample Gypsu ?
= i - n%. .a...wc-:.“ﬂﬁ*--w-m-?' !'\-—v*h.—..ﬂum_n.n.nnmm..zq_--ﬁﬂg._ it P T

]
—Sample Gypsunt‘l
¥l A Jhl A e fian T, R G S

j T Sample Gypsurj = ,. Pl A

“|Sample Gypsum 6

———— L=

L |sample Gypsurt A Fl A

~|Sample Gypsum 8

—1Sample G*sum 9

3 AN A n o n e A
qSample GypsurMO & F‘l A

Jdsample G)@sum 11

A__A A

“|Sample Gypsurj 12 A h .

Position [°20] (Copper (Cu))

o [

il 4 gULuuMsidgaluussdlend (XRD pattern) vadsiiog19ansUTuUTaRUEUSN 311w 12 fiees
lneldgrudeyasneds ICDD (PDF-4)
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dyunan1Inaasg

M erEiTinaLarer UssneuTesn U UUTRuB UL Memeflamadenuusdiend anunsavi
Lilagn153iAs1eMansu1In 53U UL (CaSOs2H,0) CaSOe2H,0 karaIsuInsFILLALTUA1SUBLURA
(CaC0y) fifianuuiandgaunnndt 95% tngldanmeillilunisinaisusuusshudududsdl Divergence
7 1/4 degree 28 Beam mask #i 23 mm. step size fivwin 0.020° uae THiandinsnzisan 20.17 wnil
Laziii08198991nA1 20 vessundsiia fuaiduiiaaes (hkl) uansii 11.61° (0 2 0), 20.70° (0 2 1),
23.36° (0 4 0), 29.08° (0 4 1), 35.93° (0 6 0) uaz 47.82° (0 8 0) MWFINU ¥MNITIA1 LOD Wiy 0.44
LOQ l¥a1nnsAuIn Windy 1.48 wazviinsfigatiaanuusiu (Trueness) uazAINLTABS (Precision)
finandudui (4.01%), a9 (39.90%) Wag g4 (95.87%) ANMIHALETHINTFIUBUTA (CaSOu2H,0)
v (Sample blank) lnensldansuinsgiusaaldeunIsusium (CaCos) wuii dA11uusiy (Trueness)
fluanssner % Recovery AiszumNmIadusii 98.74% Annandudunans 95.53% uazannadudugs
99.61% TA111L41 89 (Precision) 7 Lanasaean HorRat fiAaududusi 0.73 Aamidutunans 0.89
Anudutugs 0.12 9nmsthdeg s dmitesuviosman faainszyindu S1uru 12 #regre an
AATILVAIY XRD UaINsiiguiuguteyas1ads ICDD (PDF-4) fregeilasAusznau 3 wilayu As
CaS0q+2H,0, CaCOs wag MgCrCOs(OH,) UTuau CaSOqe2H,0 o8 luy9 49.6 - 73.1 %, CaCOs ¢
U919 26.9 - 50.4 % war MgCrCOs(OH,) agluze 26.9 - 31.7 % @1u150U1I8NTIATIEvnEmAlln
v Yedenduusvandlilunuamaesdussneunandusiansusuugsnuld

ANUBUAN

AR I38VBYRUNTEANE 1IN UANENTIUNTABRATUINe ERS 198 WazuinnITY (@nad.)
flsinsaduayunuiselunisinuaiad LazUeYBUNSEAAITEIMY FEnnensnedideiannade
MSHAANIINISINYAST fEenInguidoinunsiad wazdsmnuidenng v AlEAUsnw uaz
fouuzih aaonnisvhanidediviiliuss guszasdvesiddeluaded

nsinauITeluTduselovl

1. ddnmavaiiviaziannisinuns MYeyanansinsieiaisusuusau lunisaiuas qua
ArunmaTUTUUSeRY Tindauarsming saiaiduasdseen fanelunazsnsseine

2. s fURNTMteuss (Maafmunfidu neulssugaaivnssy) uagviesfoAnisienvu
wniveas ISl duitunessguluiesujodinis

3. wosUjuAnisdiugiinia duinisouarimuinisinunsiunil 1 - 8 18INTUIVINTAYAT
Weliduisinseiinnsgiu diumseensuluszduaina Wefiudnenm wazaiiaunnsgiunis
Ainsesimeaeulvannsi Bl Ut lunseseaeulfesainiioniulussiuUssme

a. nwnsnslaldasusvusesauildninsgiu awaainszy fqaunwesmiuaainsey annns
ande ieannisvhaneamnnesiuiiAnanmsliasusuusRuiaUssannlalldnasguluiiud

5. §usgnaunts Tunsdwadesigsildldlunismivaununinansusul eiu aunisauny

AuanuANasUTUUTHIY Nndnlardving waznistaduldngmuneg
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WannuazasRseuANdltliuafisaeziasAIUANNISRSYRULAUBINY Yafu
lawiy waz 6-uudaasiilunasu Tundaduaningdunsieniansinensaewmaiin
lawaswasuuudandalasuiinns i (HPLC)

Development and Method Validation of Plant Growth Regulators Zeatin,
Kinetin and 6-Benzylaminopurine in Agricultural Pesticide Substance
Products by High Performance Liquid Chromatography (HPLC)

wysso 33 gitaan neuded gaanwil lveves a5 Inslee
Phetcharat Siriwi Supissa Thongkheaw Suwaluck Chaitong Sathida Phonoy

QGHERGIRI IR Nae AU TILNTHARNIINTNYAT

ABSTRACT

A method was developed and validated for determination of plant growth regulators
zeatin kinetin and 6-benzylaminopurine in agricultural pesticide substance products. The pesticide
samples were prepared by solid phase extraction (SPE) technique before analyzed by HPLC.
The separation was carried out on a C18 Sunfire column, using methanol:water (40:60, v/v)
adjusted to pH 3.2 with acetic acid as the mobile phase and a flow rate of 0.8 mL/min.
All three plant growth regulators were eluted within 12 min. The results of method validation
demonstrated that a limit of detection of this method was within 0.002-0.003 mg/L range and a
limit of quantitation was 0.05 mg/L. The validation results for accuracy and precision at low,
medium and high concentrations passed the acceptance criteria according to the AOAC (2019).
Therefore, the proposed method is applicable to analysis three plant growth regulators in
agricultural pesticide substance products.

Keywords: plant growth regulators, zeatin, kinetin, 6-benzylaminopurine (6-BAP),

agricultural pesticide substance products
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unAnga

Wannuazaraaeumldlsveifiiielnldisinneiasmuaunsaiglavesity e lawfu
way 6-uuTaasiluiniy lundnduningdunsienianisiness laewmseuaisniawmaila Solid phase
extraction (SPE) 9nntuthuniinsizsidemadia HPLC fiflanmgnisuenansdie Column iin Sunfire
18 Milawdeuiilu MeOH:H,0 805143 40:60 7 pH Wiriu 3.2 USudensnesdfn Adasnisina
0.8 fiaddansioundt Inanlumsiieseyt 12 uiit wazvinisnraasualdlivesds Fawuindan
AnTrinlunisnsranueglugie 0.002-0.003 fadnsudedng wardA1¥adninlun1snsIaindeUSunu
Winfu 0.05 fadn3udedns InansnsiaaeummgniesuazAITiBsfisziuaIdLdy 1 nans g
eI NN sEENSUANNIASEIL AOAC (2019) F5Tanmsniludssendldlunisiesesiansniuaunis
Saivlaesiiasis 3 siialushegmantasiingdunsemeninnunsls

ANENARY: A15AIUANNISIASYAULAveLiY ey lauAy 6-luuTassiluiiitu (6-BAP) Az
AR NI TN BUATIENNITINYAT

AL

lalaladwduarsmvaumsadgiivinvesiivnguuiedddusslovinianisinens uaziiy
annsnasslalaladuduaniieldlumaeiagiulnldfeans Tefu (Zeatin) dauansduameilunguly
Talafiu 1&ud lawdu (Kinetin) uaz 6-benzylaminopurine (6-BAP) anslunauiiinasdensutaead uas
N3TAUNITTYNNA LA UTDIITNTZAUNST Y AULATDIR19e wazdilnadntoasonisimuives
wa Mfunnnlunamsdsatede Wensedumaaigivlnvestouunada (Callus) ThAuladunndy
ddu (fisay, 2537) Jegtunwasnslidnisiimdnsusiingdunsenismsineasidulssian
ansmvaunnaiapivlsvesiivuldfueiunivas seiifuarlifimstunsdou vieveluaygana
Famingluriesnaimdusdiuiunin wazliniseinsefisassnauiuegianinuie lneansniuny
ﬂﬂiw%igLQUIWUENWSU%Li”Jui’mqé’umwmqmamwwﬁ@ﬁ 3 AuNsEI1IUY AT IUATIENIY
Msinuns FaimquszasdvomszedygAdnaraiiensiadey muau MAu qua gusznouianisli

(%
~

Ugummmm U ATngdunINY witiletesfusunseiiay Anduuana @0 WY NINGAY way
Fwandey uaﬂmﬂﬁmLﬂumimmmﬂimaumi ilrlainanasidinng ning uan1IANATEANYAINS
wﬂmﬁimamﬂm%m@mmw aﬂﬂmmaamwmmmﬂmﬂﬁumsmmmqﬂssjam anfuyulunIsudEs was
gnienfateuTeulumsnisdlidesas madnd, 2559) Fedlagiuismsiesiziniuiuna Zeatin,
Kinetin LA 6-BAP lushegandndasiingdunsontamainunsiiildluiesujoanisdeiidediialu
Funoun1sIATIEt nardslildtnisnsiaaeuauldldve s fuiunuitedsdatnswauinas
ny1vaeuANlElaveitinTIsians Zeatin Kinetin waz 6-BAP ludiagsmdndnaningdunsienis
ATLAYAT Lﬁaiﬁlﬁ‘i%mﬁmmzﬁﬁﬁmmgﬂﬁm wiugh Undede azaanlunisiiluldiunieile

Anszviniiluesufuanisiaegnswuzay
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gUNIalLazIsNTs

4

aunsn
w30 High Performance Liquid Chromatograph (HPLC) Sva Water U Alliance 2695 TEORRA
Tfmedion 5 fumia w3esin pH-Meter w3nsdunies 13es Ultrasonic bath
Lﬂ%‘l@\‘iLLﬁ’JLLaE}J)ﬁQSus} ﬁi{fluﬁawﬁﬂﬁmi loun ¥19un1UsuInAS, Beaker, Syringe, Vial,
Column C18, ¥ n @ fimans SPE-Cartridge, Syringe filter, Nylon membrane filter 0.22 um wag
Centrifuge tube, Auto pipette 1000 Uag 5000 pL
a13unIpIUkaTaNTAll LN Zeatin 96.0%, Kinetin 99.5%, 6-benzylaminopurine (6-BAP) 99.0%,
Formic acid (FA) >98%, Acetic acid >99%, Methanol > 99%, Ammonium hydroxide solution 28-30%

WA IR SUATIENNISNEAT (Sample blank)

38015
1. MsAnwanzfimunzanlunnsiaszians Zeatin, Kinetin uas 6-BAP gaewmaiia HPLC

USudean1aznsvhauueaaies HPLC-PDA Tumsiassiians Zeatin, Kinetin uaz 6-BAP anelld
dnmeiaulannanisues ChOez et al. (2014) §vi

1.1 nsusnasaemaia HPLC vnsuiuiienaniizimnzaulunisinsizians laun
gaumgiiues Column 8751 Mobile phase $n51n151Ma (Flow rate) uazUSunmsvasansildlunisdn
(Injection volume)

1.2 NM3A51970aN3MERINTI9IA%EA Photodiode Array Detector (PDA) YNnNSAN®IAM3E1)
aaullunInTIaTaanse 3 ¥ile finnueneay 254 way 280 uluwns (Qi et al, 2021)
2. NMSANYIATNITAILNADEY

2.1 MIwsBNsegnaunTanamemalla Solid phase extraction (SPE)

fegeililummeaouiliusedismdndnsiingsunsenmsinuasifidnvasduasazanela
FavhnswSeusiegnsteuilvaindiemaiia Solid phase extraction (SPE) Tnaiveuazimsogndlalu
Centrifuge tube 9119 50 fiaddns dludumisafinnnusaseu 3,500 seuseunit Wuian 30 uai
Mntuhasaranefiegediuilaninisusuliiien pH Wiy 3.0 deudlvatasemaia Solid
phase extraction (SPE) sialy

2.2 nMsannaIegenewaiia Solid phase extraction (SPE)

asavanesegafiwisuldainde 1 uwinisatndie Cartridee ¥in HR-XC neldan1ied
Faulasnainiaves Cui et al. (2015) Ineiiduneusisll Pre-condition Cartridge $78 Methanol U3anms
2 mL, Equilibrate Cartridge fa8d1arany 1.0 M Formic acid USun®s 2 mL, Load fiag19a9ly
Cartridge U311%5 2 mL, Wash Cartridge fiaidun1sdns Impurity senannansiiaula dreansazas 1.0 M
Formic acid U31195 2 mL wae Elute @157iaulasenain Cartridge fneaisazans 0.30 M NHOH Tu
60% Methanol U311m5 2 mlL antusinisiseansansazateineg afiniiunis Elute aonann Cartridge
AEE19azay Mobile phase nT8928 Syringe filter 0.22 lulasiuns Talu Vial vun 2 faddas Urly
ARTIZRMELA3es HPLC
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3. N1305298UANNLElAYD9T3IATI21ENT Zeatin, Kinetin uag 6-BAP
3.1 MAMUTUNIZLNZAVBNITIATIEN (Selectivity 939 Specificity) VBFIDIATIERNAFDU
NAFBUFI9E1 Sample blank (Fe819nER A TngdunsIen1IN15INYASATaNT Zeatin,
Kinetin way 6-BAP fiUSunausn wieldd) waLLANANTAYAENINTIIU Zeatin, Kinetin Uag 6-BAP finu
Waudusi asly Sample blank uaziUSeuiisudyaiaves Sample blank wazdyaiadldainnisiy
AATANEINATIIU Zeatin Kinetin Wag 6-BAP fieuidudusi1 adlu Sample blank
3.2 M3AnY WYY Matrix effect vaa35nadaU
NAADU Matrix calibration curve W38 uLg Uiy Standard calibration curve ¥®4a15
Zeatin, Kinetin wag 6-BAP fitsamidudiu 0.005-10.00 Sadnsusedns Insutseanidu 2 yn yausn
wisuluaisazany Mobile phase wazyail 2 Wwioulu Matrix voswdndasiingunsrenianisinyas
(sample blank) ALiun1snaaeunIuitnadey irdeyailsunairansmssninsarududurosans
wmsguiidvadly W x) fuafuiilddndie1uldainiaies HPLC wnu y) 9anturhAraauduain
auntsdunssiildanniis 2 ganismeaeunUTeuiisuiu Tnefiarsan %RPD TunsuSeudioy
NaUINSERNSY < 10% 913 NATA (2018)
3.3 M3mALEURLSTUEURSS (Linearity) wazdasmnududuiivaaau (Range)
VAHOUANTUINTFIU Zeatin, Kinetin Uag 6-BAP 913U 7 S¥AUAMINTY Aududuae 3 %
ihdeyailduasiainsmssnitanududuresiesuiliiuarsumsguivafudléfniiouldan
1309 HPLC Anrsantsiifudunssdunmdudssansanduiug (Correlation coefficient: r) Gl
INUTINSERN3UTIA > 0.995 Al AOAC (2019)
3.4 A511A1 Limit of Detection (LOD) wagn Limit of Quantitation (LOQ)
naaau Sample blank (§ree3fifians Zeatin, Kinetin waz 6-BAP Tusedus wielaid) fif
N1sLAuANTaYAIELNTEIL Zeatin, Kinetin Wag 6-BAP fiadmidudus aslu Sample blank fiiunis
neaeunuisnagey 10 91 Tufindeyaduinmaaie uasandosuuinnsgiu (SD) fulnAl LOD
wag LOQ auans LOD = 3 S Uag LOQ = 10 o An335%09 EURACHEM (2014) Uagiigauiaiugnaed
(Trueness) LagAILTiBs (Precision) fiszdu LOQ Tngvinsmaaeuansinnsguiisedu LOQ fuiluns
naaeumIIsnaeuaTIdutuaY 10 61 thaanTieTesinAamnaadR Yssdiuen Trueness Tng
AnauaN5EaUTU %Recovery agluyae 80-110 uarUsuiiluen Precision A38n15M1AY HorRat aglutas
0.3-1.3 MunaaNITeaNuTas AOAC (2019)
3.5 Msfigataugnead (Trueness) LaARLLTE (Precision)
NAFUAITIIMIFIUTTEA UMDY 1 nans wazge dudunisnnaeunsitnaaeuas
Zeatin, Kinetin kag 6-BAP lagvinn15naaaum19iuLIaIluy Intermediate precision (M11n13nadey
$1uu 1 gamsvadeuiiszfuanudiduingg Wunat 10 fu) dwansinszsinduanisedia s
figatl Trueness IngUseifiuAn % Recovery Faflinain1ssousuaglugas 80-110 wazn1sfigasl
Precision IneUsziiiuaindn HorRat d1aglutag 0.3-1.3 suinasinissensuves AOAC (2019)
3.6 NINAADUAIIUAINUTDIID (Ruggedness)
NAAEUANLAMUYDITNAaaulUNTIATIZIRAS Zeatin, Kinetin uag 6-BAP fiszfuaany
iy 61 nane wazge 1ABNITINUELUNTINAREY 7 GIuUS 8 NSMIAABY N1IVARBsAE 4 91 (Table 1)
1aelt Youden-Steiner testing (Eftichia and Victoria, 2014) (Table 2)
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1) Fuds 1 anudiseuiildlunsiumisssedn annznsvageuund 3,500 rpm aniazdi
\Wasuwlas 4,000 rpm

2) Faudsit 2 nafldlunmstusfesiegne ansnmsviegeudni 30 Wil anmeiivdsuuuas 15 i

3) fauUs? 3 arudunsa-ag (pH) v03a15azaMMBEN @N1IEN1TNAdaUUNRA 3.0 anzdi
\Wasuwas 2.8

4) FauUsh 4 aududuves NHOH Aildlunis Elute fhegne aniznisvagauund 3.0 M
anmefiUasunat 3.5 M

5) fuusdi 5 snsnsivavesiiegiwiy Cartridee anmen1snaaauund 10 wea/uril @ny
Fiasuudas 15 ven/und

6) fuUsi 6 Usuraueansa Acetic acid Tuansazans Mobile phase @n11zN1sNAaaUUNA
0.25% anTsTiuasunUas 0.35%

7) fauds? 7 g ivee Column 74 lun1susnans anenrsnadauund 30 °C an1ied

Wasuwlas 35 °C
Table 1 Factors for testing ruggedness of Zeatin, Kinetin and 6-BAP analytical methods

Normal Changing
No. Parameter Factors
Conditions (A-G)  conditions (a-g)
1 A/a Centrifugation speed (rpm) 3,500 4,000
2 B/b Centrifugation time (min.) 30 15
3 C/c pH of sample 3.0 2.8
4 D/d Concentration of NH.OH for 3.0 3.5
elution solvent (M)
5 E/e Flow rate for loading sample 10 15
(drop/min.)
6 F/f Concentration of Acetic acid 0.25 0.35
in Mobile phase (%)
7 G/g Column temperature (°C) 30 35

Table 2 Experimental planning for Youden-Steiner testing method. (Eftichia and Victoria, 2014)

Experiment Design Mean (R)
1 D R,
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Rs
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ALTUNITIATIZAAILLNUNITNNABY 1ABNIS Spike d1511A5§1U Zeatin, Kinetin Lag 6-BAP 7

giumITNdU i nans wazga adlu Sample Blank AnaNansEUYBsHILYS (E) vesusazsuls 7

FuUs 970 8 NINAABY NTURNTUNAN |E| vaeuaaz@inUs 7 aawUs Ineni1sna1saan |El > S
wanen SnansnusenisiUasunlataneuindeuvenisnagey (David, 2009)

Toedl S = /%*Z(EZ)

Wie S Ao @I lguuuNINTgIUTeImanie (Standard deviation of the differences)

FTULLIAN LSUAU AANAN 2564 FUgn NueIEU 2566
donuiiin1maaes nquldeinuasall neldeimundadnsnannianisinuns nsIvINISNYRS

NANISNAADILAZIANT

1. navasmsAnwansfivanzanlunisiasizians Zeatin, Kinetin waz 6-BAP daewmafia HPLC
PNNSEnEIaAMETiLNzaNTena3es HPLC Tunisuenans Zeatin, Kinetin uwaz 6-BAP @017z
Alalunisusnansia 3 3ia nuiin1swenasale Column wia Sunfire C18 Tngldlandouindu
MeOH:H,O $n51d31 40:60 7 pH Wi 3.2 Ufudhensaezdin 7ishsinisiva 0.8 faddnssount uay
as293aTiarneAdy 280 urlulwes (Table 3) hnanisnageulunisuenalsis 3 ¥ia senain
Column 187 wazdsldnarlumsiaseiansne 3 vda desas Ingarsne 3 ¥iia SAn Retention time
Tunsimsehiiiagn 2.56 5.13 uaz 9.36 writ auadu dalasulnunsudiléannsuenansis 3 wie
(Figure 1)
Table 3 Optimized HPLC conditions for the analysis of Zeatin, Kinetin and 6-BAP

Parameters Conditions
Column Sunfire C18 (5 um, 4.6 mm x 150 mm)
Column temperature 30 °C
Detector PDA A 280 nm
Mobile phase MeOH:H,0 (40:60) at pH 3.2 with Acetic acid
Flow rate 0.8 ml/min.
Injection volume 10 pl
Run Time 12 min
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Figure 1 Chromatograms of the mixed standard solution (zeatin, kinetin and 6-BAP)

containing 1 mg/L under the optimized conditions

2. NAYRINISANENIITNITaNARI9E19R8ImALiA Solid phase extraction
1NN1TANBIATNTERRA9E19A8MATlA Solid phase extraction Tun15@fna1s Zeatin,
Kinetin way 6-BAP wuinnsafiagne Cartridge wiin HR-XC léAn %Recovery lunisafiaanssis 3 win
oglutias 87.04-105.91 Ferildegluinasiniseeniuves AOAC (2019)
3. NAYIN1IAIFUANMUTYLAVR 9IS AAT1ZIENS Zeatin, Kinetin Lag 6-BAP
3.1 HAMIMANHIUNIZIILAVOTIoUATIZN (Selectivity s Specificity) Voo NAGDU
NNINAFBUAI LU AWeTI TR e TnemsiSeudisulasuninensuiingaaialaann
A9E 1A lATUINILNTUTYDIETUINTFIY Zeatin, Kinetin uay 6-BAP Feannsiarsanlasuilnunsud
lnvesiregraiisuiuansuinsgiu (Figure 2) WUIIRHIANSIIEIANZ AU TIAT T aNS Zeatin,
Kinetin waz 6-BAP lufnegenanduaiastidunisannansssuviiisnasdniiddnvasfogaiy
ansavanela ldwidowdeldduninminiy
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Al

Minutes

Figure 2 Chromatogram of a) Standard solution of zeatin, kinetin and 6-BAP b) Bio-organic

extracts sample (Clear solution) c) Organic extracts sample d) Bio-organic extracts

sample (Brown clear solution) e) Concentrated seaweed extract sample (Green

solution) f) natural algae extract sample g) Concentrated seaweed extract sample

(Black solution)

3.2 nan13ANwY Matrix effect U993sNAgDU
INNANISNAEBU Matrix Effect ifluasianis3iasizeians Zeatin, Kinetin waz 6-BAP wuindian

%RPD WU 1.23, 1.56 LAz 8.98 Mud1fuU (Table 4) Fsilenagluinasinisuouiuyos NATA (2018)
(9%RPD<10%) fatiuluni153ias1giifion1USunuans Zeatin, Kinetin wae 6-BAP @1u150iA oy
Calibration curve luansazats Mobile phase ¢ Fdlinansiinseviliumnenadiu
Table 4 Slope of the linear equation from standard solution of Zeatin, Kinetin and 6-BAP

compared with spike standard solution in sample blank

Type Equation Slope
of %RPD
PGRS Solvent Matrix Solvent Matrix
y = 75,404.025x - y = 76,336.806x -
Zeatin 1,491.514 383.902 75,404.025 76,336.806 1.23
r=0.99995 r=0.99996
y = 58,633.178x - y = 57,728.404x -
Kinetin 1,658.295 1,031.532 58,633.178 57,728.404 1.56
r=0.99990 r=0.99990
y = 70,282.255x - y = 64,293.954x -
6-BAP 1,834.978 6,430.564 70,282.255 64,293.954 8.98
r=0.99993 r=0.99652
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3.3 NANISMANUFUNUSITLEUATS (Linearity) LagaaAuliiutuinaday (Range)
NAN1TVAEOUNIAN Linearity Way Working range 9893531A 8@ Zeatin, Kinetin Way 6-BAP
wudler1aglugig 0.005-10.00 me/L Ingansvia 3 wila A1 Correlation Coefficient (r) Wiy 0.9999

Fafianegluinaminisseniu r = 0.995 AumATgIU AOAC (2019) (Table 5)

Table 5 Equation of correlation Coefficient (r) from working range of Zeatin, Kinetin and 6-BAP

Type of plant Equation Correlation Coefficient (r)
hormone
Zeatin y = 75,404.025x - 1,491.514 0.99995
Kinetin y = 58,633.178x - 1,658.295 0.99990
6-BAP y = 70,282.255x - 1,834.978 0.99993

3.4 Nan15%1AN Limit of Detection (LOD) wagA1 Limit of Quantitation (LOQ)

21AN15%11A1 LOD way LOQ ¥84d15 Zeatin, Kinetin way 6-BAP la@1 LOD ¥84@15 Zeatin,
Kinetin Uag 6-BAP 111U 0.002, 0.002 Wag 0.003 me/L adau (Table 6) kagaNuan1sigatiaIy
gﬂéfamazﬂ’smmuﬁwﬁssﬁu LOQ ¥94@15 Zeatin, Kinetin wag 6-BAP WU 3 a5 SAwinfu 0.05

' (% ]
aa v ¥ ]

mg/L FelviHan1INAaeUNiNIAUYNADY Lagauwiug1MsEAU LOQ NUNINISEausuved AOAC
(2019) (Table 7)

Table 6 Limit of detection (LOD) and limit of quantitation (LOQ) for Zeati, Kinetin and 6-BAP

Number of Zeatin (0.02 mg/L) Kinetin (0.02 mg/L) 6-BAP (0.02 mg/L)
repetitions Sample Conc. Sample Conc. Sample Conc.
blank (mg/L) blank (mg/L) blank (mg/L)
1 0.000 0.0216 0.000 0.0213 0.000 0.0215
2 0.000 0.0221 0.000 0.0215 0.000 0.0214
3 0.000 0.0228 0.000 0.0199 0.000 0.0201
4 0.000 0.0231 0.000 0.0202 0.000 0.0198
5 0.000 0.0218 0.000 0.0204 0.000 0.0227
6 0.000 0.0230 0.000 0.0214 0.000 0.0213
7 0.000 0.0227 0.000 0.0211 0.000 0.0201
8 0.000 0.0225 0.000 0.0203 0.000 0.0214
9 0.000 0.0215 0.000 0.0201 0.000 0.0207
10 0.000 0.0225 0.000 0.0204 0.000 0.0219
Mean 0.0224 0.0207 0.0211
SD 0.0006 0.0006 0.0009
S 0.0004 0.0004 0.0006
LOD 0.002 0.002 0.003
LOQ 0.010 0.010 0.010

NUUG S'o = SD/\/E
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Table 7 Trueness and precision at the Limit of Quantitation (LOQ) concentration level of Zeatin,
Kinetin and 6-BAP

Number Zeatin Kinetin 6-BAP
of Conc. %Recovery Conc. %Recovery Conc. %Recovery
repetitions (mg/L) (mg/L) (mg/L)
1 0.0486 96.91 0.0507 100.58 0.0497 98.20
2 0.0436 86.94 0.0497 98.60 0.0489 96.62
3 0.0464 92.52 0.0503 99.79 0.0475 93.86
4 0.0445 88.73 0.0493 97.80 0.0505 99.79
5 0.0434 86.54 0.0465 92.25 0.0454 89.71
6 0.0518 103.29 0.0454 90.07 0.0423 83.58
7 0.0434 86.54 0.0438 86.89 0.0417 82.40
8 0.0427 85.14 0.0416 82.53 0.0460 90.89
9 0.0514 102.49 0.0491 97.41 0.0490 96.82
10 0.0489 97.51 0.0504 99.99 0.0486 96.03
MEAN 0.0465 92.66 0.0477 94.59 0.0470 92.79
SD 0.0035 0.0032 0.0030
%RSD 7.47 6.66 6.49
HorRat 0.30 0.30 0.30

3.5 waM3figemugnAes (Trueness) wazAMLiBs (Precision) YeisAlATEYians Zeatin,
Kinetin way 6-BAP
NAN1TVIAABUANLYNFBILALAIIITIBIYRIIBTiA L TusERUA nans wazgs vesans Zeatin,
Kinetin wag 6-BAP fimnmidiudu 0.05, 25.0 wag 50.0 me/L muIFU 9NHANINAFBUAINLNFBILAE
Aufissvesiinaaeuitseduanuidudusii nans wazge Winansveaeudifiisanugnieuazaniu
1igs (Appendix table 1) taaanynszduauduiinaasulsian %Recovery 189n15MARBUDY
Tuga9 80-110% FaruInuein1580u3UTD9 AOAC (2019) UazA1 HorRat Al TAeglutag 0.3-1.3
ynsyiuAnIduiivhmsneaey Ssegluinasinisteniues AOAC (2019)
3.6 NANISNAABUAIINAINUTBTID (Ruggedness) IASIIENS Zeatin, Kinetin wag 6-BAP
NANIANIHANTENUNATIUABULUAIAIN1IZUINGDY FENTVARBUAINAMUYEIIS tnEnns
IURUAITNATDY 7 FIUUT 8 N13MAaBs (Eftichia and Victoria, 2014) n1snaaesay 4 91 laeld
Youden-Steiner testing MA@BUAINNAINUVDIIDNARBUANS Zeatin, Kinetin Lay 6-BAP Tusiagig
KAn A9 T SunTIBNI9NI9AAT WUTINITiATIERa1sRe 3 wda (Table 8) THanTenUaINNg
Wasuwlase pH vesansazatefiegne Jeandlifiuinizhnseildannsaudsuutasdn pH 1o
a1savanemiegld (Table 9)
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Table 8 Result analysis of Zeatin, Kinetin and 6-BAP by Youden-Steiner testing method at low

medium and high concentration

Mean (mg/L) (R)

Experiment Low (0.050 mg/L) Medium (25.00 mg/L) High (50.00 mg/L)

Zeatin Kinetin 6-BAP  Zeatin  Kinetin  6-BAP  Zeatin Kinetin 6-BAP
1 0.048 0.045 0.049 21.61 22.99 21.99 44.68 46.25 43.98
2 0.036 0.037 0.037 20.53 20.46 17.95 45.80 45.28 32.63
3 0.041 0.042 0.047 21.74 2291 20.93 48.58 47.85 43.23
4 0.039 0.040 0.039 18.39 19.75 17.80 37.33 38.78 37.15
5 0.044 0.047 0.043 20.89 2191 20.68 45.70 48.80 42.08
6 0.040 0.037 0.037 20.10 21.06 18.03 40.08 39.70 34.20
7 0.044 0.047 0.045 20.95 21.43 20.88 44.70 43.68 42.93
8 0.040 0.037 0.036 19.60 20.63 19.96 42.25 42.00 35.33

Table 9 The results of influence of each variable for determination of Zeatin, Kinetin and 6-BAP

at low, medium and high concentration

Mean (mg/L) (R)

Influence of each

Low (0.050 mg/L)

Medium (25.00 mg/L)

High (50.00 mg/L)

variable

Zeatin  Kinetin 6-BAP Zeatin  Kinetin 6-BAP Zeatin  Kinetin  6-BAP

Ea = [R1+R2+R3+R4]/4-
-0.0006 -0.0012 0.0025 0.18 0.27 -0.22 0.91 0.99 0.61

[R5+R6+R7+R8)/4

Es = [R1+R2+R5+R6)/4-
0.0006  0.0011 -0.0003 0.61 1.04 -0.23 0.85 2.58 -1.44

[R3+R4+R7+R8)/4

Ec = [R1+R3+R5+R7)/4-
0.0056 0.0077 0.0087 1.64 1.83 2.68 4.55 5.21 8.22

[R2+R4+R6+R8]/4

Ep = [R1+R2+R7+R8)/4-
0.0009  0.0001  0.0003 0.39 -0.03 0.84 1.44 0.52 -0.45

[R3+R4+R5+R6]/4

Er = [R1+R3+R6+R8)/4-
0.0014  -0.0026  0.0013 0.58 1.01 0.90 0.51 -0.18 0.49

[R2+R4+R5+R71/4

Er = [R1+R4+R5+R8]/4-
0.0033  0.0017  0.0005 -0.37 -0.15 0.66 -1.69 -0.17 1.39

[R2+R3+R6+R71/4

Ec = [R1+R4+R6+R71/4-
0.0024 0.0016 0.0017 -0.55 -0.28 0.28 -3.34 -3.31 1.53

[R2+R3+R5+R8)/4
*S 0.0038 0.0046 0.0050 1.07 1.27 1.63 3.32 3.62 4.62

*S = Standard deviation of the difference
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pennfuazluisiinusmnzianzas Selectivity) Tunsmsiadiasiziansie 3 v lushogns
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@15 Zeatin, Kinetin wag 6-BAP 1#1A1 %Recovery LagA1 HorRat ﬁlﬁagiummsﬁmwam%’u AOAC
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XC Cartridge sulusduneunsadnansdemaia SPE ADILNITAIVANAT pH VBIA1IALANEFIDEN
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ABSTRACT

The development and validation of a method for analyzing paclobutrazol (PBZ) in samples
of hazardous agricultural products using gas-liquid chromatography (GLC) aims to find a suitable
analytical method for laboratory instruments to achieve accurate and precise test results. The
validation of the analytical method for PBZ involved checking specificity matrix effect linearity
working range trueness precision and method robustness/ruggedness found that the analytical
method for PBZ is specific and free from interference by other substances. The linearity and
working range were within the concentration ranges of 5-250 mg/L and 25-250 mg/L, respectively
with correlation coefficients (r) of 0.9999 and 1.0000, respectively which met the acceptance
criteria of correlation coefficient (r) at > 0.995. The evaluation of trueness from %recovery and
precision within laboratory precision were based on the HorRat (Horwitz” Ratio). The PBZ analysis
to prove concentrations at low medium and high level revealed that %recovery were 99.61
100.72 and 99.69, respectively. The HorRat (Horwitz’ Ratio) were 0.9 0.4 and 0.3, respectively.
These results meet the acceptance criteria according to AOAC (2016) (%recovery in the range of
98-102% and HorRat (Horwitz’ Ratio) in the range of 0.3-1.3) During the ruggedness testing using
the Youden-Steiner testing method, minor deviations from normal conditions were made. It was
found that a 10% PBZ sample was affected by changes in sample weight, a 25% PBZ sample was
affected by changes in acetone volume and a 95% PBZ sample was affected by changes in
ultrasonic bath shaking time. This indicates that the analytical method cannot tolerate changes
in sample weight, acetone volume and ultrasonic bath shaking time.

Keywords: method validation, paclobutrazol, precision, ruggedness, accuracy
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UNANE

nsWaLILarnsaasuauldlauesisiinsiziaisunnlaadaniieea (paclobutrazol, PBZ)
Tudqag1anandue 10 dunsten1anisinensalemaiauiainla lasulnsns uil (Gas-Liquid
Chromatography) ﬁﬁfmqﬂizmﬁLﬁ@%ﬁ%’imeﬁﬁmmzamﬁ“vLﬂ%ﬂﬁ@iuﬁmﬂﬁﬁ’ﬁmﬂﬁwamimaauﬁ
AmugnFesuaziaiugr 9nn1sasvasuaultliveisiiassiarsunnlaadinsivea aldiinng
ASITABUAIILTUNIZIAILAY (Specificity) N155UNIUVBIATE U (Matrix effect) A3 uidunss
(Linearity) 43930401590 (Working Range) AuQn#as (Trueness) AYINTIES (precision) WAZAIUAIVY
29475 (Robustness/Ruggedness) Wu11 3531A518W@1TUNATAATINT 198U AIUTUNIEL1L A
(Specificity) warlufin1s5uniuvesansdu Tnegraaududunss (Linearity) 993999901539 (Working
range) M 929A T UTY 5-250 wag 25-250 dadnsusedns aua1su fA1duUssANS anduius
(correlation coefficient, r) WU 0.9999 waz 1.0000 MINAIFU FeHrunIinIsBauTY correlation
coefficient (1) = 0.995 n15UsELTUAIAIIUGNA B (Trueness) 31N %Recovery hazAI1ULL UL
(Precision) WUy within laboratory precision 91n@1 HorRat #u31 n153LAIziaegaunnlaatinsvea
Fimnududusi nang WAz 8 %Recovery Wiy 99.61 100.72 uar 99.69 MmuaWU LawieAn HorRat
WA 0.9 0.4 waz 0.3 MNAIRU NIUNETINITERNSUAIL AOAC (2016) (1nugin158eusU %Recovery
agluy9 98-102% uazilAn HorRat 8g/lugis 0.3-1.3) N1573I19@8U Ruggedness TnednsiUdsunas
aneiiisadnioeainan1izund a1uis Youden-Steiner testing wuin fiegns unnlpadimswea 10%
fnansznuanmsasuwlasimiinats degrunnlradanswea 25% fnansznuannisiasunlas
US11ms Acetone way fasgraunnlaadingivea 95% dunansenuainnisidsuslatiaigidie
Ultrasonic bath auandliiiuinizdinsefldanunsaasuslaniminildlunsdssegne Usuins
Acetone Tunmsazane wavkandiugnéng Ultrasonic bath I

Addn: MsnTaeumnildlivesitinsedt unnlaadmsvea mnandles pruAmy Ay
QnAeg

UNUn

arsunnlpadanseoa (Paclobutrazol; PBZ) fdennaaiife (2RS, 3RS)-1-(4-Chlorphenyl)-4,4-
dimethyl-2-(1H-1,2,4-triazol-1-ylpentan-3-ol é’]’ﬂagﬂumjmmsmaamam%zg@uimmaaﬂ%ﬁﬁami%’ﬁ’ulﬁma
W 129 Seu wazdadinisldiuialsdnaae (swaw, 2537) ImaL*f]umsﬁaaﬂqwéiumamﬁmﬁu
Juiveisadu Inedudinsdunseisuiveisadu annsiasvesudes dunisesaivinvessn iseld
iAnnen vilwoengnifuaziiiunsrdnmdeluiiv 1wy szdemauaswinlne (W3dnd, 2559)

N153LAT1RMUTUIMETS Paclobutrazol (PBZ) Tundnsineiingdunsienianisinens tadnis
USuasuisnsieseiluainein Tnefinsanduneu anUSunaasiaifildlunisinseyt vinly
Jaonsurofiinziundeiu Snvuatesdefllflumsieneiildvanniuie Tnefsonuanuaien
ATefiAgTestunMsTRLIEmslessdasunnlaadonsivea lundadneiingsunsienianis
inuasemadauialasulans il fil Bhattacheriee and Singh (2002) Ta@nw13sn153iAsnzsin
USunasans Paclobutrazol (PBZ) fimndnslusesnsiu tneldiinisatnsesgnsluansazals methanol
mnduihlnses wdnheasazaredldlussmeananuiuauneiuie w@iaudrlviuniuaisazans
methanol 112w 1 ml wdatiluAnsizvinans Paclobutrazol (PBZ) fimnénslupusemaia GLC-ECD
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TnelAuansayaga15uIns3Iu Paclobutrazol (PBZ) Anmidudu 0.1 1.0 uag 2.0 me/L ldALadsues
Anferagnandufiua Wiy 86.82% TeAigaiiaosanusnTinsiey 0.0001 my/L F9isdannsn
iluuszendldlunsnsaiamatsunnlaatvsgea mewmaliawialasuilansnille
msnvaeumuldlevesds (Method validation) Wunis@inwegadusyuuvesissujifnisly
mMsimhaudnuazveiinagey Weliilaindulunmudmusuazmnzauiuing Uszasd msldanu
(52U, 2565) et Sadunszuiunsfnwveunt osninvesisnageu TIueUdaBnSnaninane
AR BRI AN W LALIEAUANNIAIY (accuracy) WazALTABs (precision) 18435 Tnglddnvi
AUSNEAIaNEIS Ao aveaeursmuludunse (inearity) 93900301330 (working Range) AL UEN
(precision) AIUAINUYBITT (robustness/ruggedness) AINNABY (accuracy) WAEAIUTUNIZLANZAS
(specificity) suennuldudueuresnsia (measurement uncertainty) R accuracy Wumssiuiuves
ANUQNABA (Trueness) warAULie (precision) 8nf1e (Eurachem, 2014)
Usealneladinsdndransunnliaadimsgeaannlsewmalu Usuim 2,379,295.00 Alansu
Anduargiis 229,677,737.72 v (@fnauauiivuas Yanmsinwms, 2563 n) Geansunnlaadmaea
Huansiildmuaunisaiydvleesiiv mslinsedniuiinuatseengnd lundasdusiarsaivay
nmasaudulavesity iudruvidunsmuruauninvesmanfusiingduasenanisinenas el
dulumunsgsolygfingdunsie we. 2535 (@dnauuiitwaziannisinens, 2563 ) el
WosUuRnisnquandeseiideiyingeinisinunsuasiuafesinalianisinuns nquideinunsal
noeimuITaTuN1IHEANIINISINYAT MElANTAAULATEINTHIYINITNYAT NTENTIUNYATUAE
annsal WumhenusuisseulumslimEnsnmelieszinansueingdunsemmamainuas fan1siu
nuifouiniuazdseon elildndnfusiasamununisieiyivinvosiiviifgunmuazinunsng
iluldlFegaiuszansnin fadu nmansaaoumnuldlivesisiingiest (Method validation) fistaiun
Funlmivdedaulannanisiespulimngauiugunsaiviendesieluiosufofinng ileasns
UINTFIUNTNAFBY TARANITNAADUNANUYNADY Ll aauiulmmummsmmsaamwLUummmu
TU9EIN9018N55UTORNATFIUANN MR BSUFTRNSINLNASEIL ISO/IEC 17025:2017 Wile L
aussougvesiesUfoRmslumannrienesiasmuaumaasydvlavesis uideiiaenadosi
NAYNSVDINTUIYINITNYATAUNTIFLUALHNAUITFUULINTTIUNIATIERUAMNAINAY TaTun1Iudn
wavnAnsnel Tajdliimsgunmmaaeuduiundefosensuldlussfuussmauaysefuana
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guUnIaluazIsNIs

4

aunsn
1. i3osufialasuninnsiv (Gas chromatograph: GO) fansrasuriinmisulessluedu
(Flame lonization Detector : FID)
2. pedutivlin HP-5 vu1m 0.25 lulasiuns Auend 30 Wes WEuruAugna (.d) 032 Tadung
3. eestanden 5 dumis (+ 0.1 fadndu) Mrumsaeuifisunds
4. Ultrasonic bath
5. 9 IAUTUINTVEN type A U9 10 25 50 tay 100 Uaaans
6. pipette YUIA 1 - 10 Uaddng
7. 439 vial vUA 2 Haddns
8. syringe VW1A 5 108N wag syringe filters vum 0.22 wag 0.45 lulAsiuns
9. Unines vun 10 wag 250 fadans
GURIGH
1. @1501%951U paclobutrazol 98.69% way 99.1%
2. @50x%laU (AR grade)
3. hegrmanduningdunsenanisinuasunnlaatmsges
353
asAnwansfimanzalunisiasizians paclobutrazol #aewaiin GC-FID
1. USudsanmzmisviaueasiss GCFID lumsinszvans paclobutrazol
duvosnsuenansiomaila GC-FID yhmsufuillomanngiivangaulunmsiiangias o
¥ilnves Column gauv)iives Oven gaunivad Injector kay gunivad Detector 8MTINTTIMAYDS
Carrier gas (Flow rate) Usunnsvesansiildlunisdn (njection volume) wazszeziiandildlunis Run
(Run time)
nsAnEIEnsnieumsazamensguivazaslunsiaseians paclobutrazol
1. WTEUATAZANENINTTIULNNLAGTINTI908 YIAUTNTY 25-250 TadnTudedns fansan
A1 Correlation coefficient 384N MNA5FIY
1.1 wisuansavarsunsgiuwnnlaadonsigea 500 Taansusiodns
Fsansumsgiuunnlaadavsigea 0.02553 n$u azanese Acetone uazUsutTunasidu
50 Haddns
1.2 wignansazangunsguunnlaadinggea 25-250 fadnsusiedng
Tiaarsunsgiuwnnlaadivsgea vo 1.1 USuns 0.5 1 2 3 4 uag 5 dadansavaiy
e Acetone wazUsuuiaasidu 10 faddns
1.3 drasazateuinsgiuunnlaadingivea A uYy 25 50 100 150 200 wag 250
fiadnSusiodns UTAsIEidaeLA3ed Gas chromatograph (GC)
1.4 vhdeyafildunaiensmszrineududureaunniaadmemen wnu x) uaziiuiilifie
(peak area) (nu y) Ineanedlan Correlation coefficient, r > 0.995
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nsnsrvdeunuldlAvesisans1zieans paclobutrazol
1. MANUTWNIZANZAVBTIDIATIZN (Selectivity 130 Specificity) 189357LATIZYVIAGDU
LWSENAITATAHUINTTIUKALANTALAIUAI0E19AITUTY 100 TadnTUADENT wavnIey
Solvent blank ¥111531A3189AN3 ENAdoU 9B uia15an Chromatogram 91NHANTSNAZEUIN
Chromatogram wesansfiaulalunsnageuiimsuenuasiinusinizianzasin
2. M3ANYINATDI Matrix effect ¥9935MAOU
Anw1 matrix effect lagtUT o UL guAIIUTUVBINTINUINTTIUTENT 19A1TALA1EUINTFIY
uwnnlradmsweadiwienluansazany Acetone AuERdU 25 50 100 150 200 waw 250 dadniuredns
(Standard paclobutrazol) A UNTINYBIANTALANUA DY 1INA AN UANTHO T UATIENINITENEAT
(Sample blank) andfady 10 fadnfuredns MiAuasazarsuinsgiuunnlaadmsgeadin oulu
d198%a18 Acetone AIINLT NV U 25 50 100 150 200 way 250 Tadnsum 88 n3 (Spiked standard
paclobutrazol) FfiunismuisTnseansunnlradonsges wiithnaruduiildunduiamean %RPD
Faflinaueifnvun <10 ManAsgI NATA (2018)
3. meuduiSdadunss (Linearity) uazdsmnududuiinageu (Range)
3.1 MAAOUANNAUNUSITLAUNTIVBINTINUINTFIUVBINITIATIEN (Linearity)
3.1.1 wlsuansazarsunsgiuwnnlaadansigea 5 10 25 50 100 150 200 wae
250 HadNIUADENT
Fransunmsgruunnlaadavsieea 0.02553 nfu azatesy Acetone LavUdu
U3umsilu 50 Jaddns Uwsansuinsgiuunnlpadomsgea U3u195 0.1 0.2 0.5 1 2 3 4 uay
5 fladans aza1ume Acetone uazuSuusunsidu 10 Tadans
3.1.2 dhansara1gansguunnlaalamseea aududy 5 10 25 50 100 150 200
way 250 fadnsusedns uAszidaeLA3es Gas chromatograph (GC)
3.1.3 thdeyadilsanaiainsmsemieduduveunnlaatoniivea Wy x) way
Nuilgin (peak area) (WA v)
3.1.4 fnsantenidudunse Inededlan Correlation coefficient, r > 0.995
3.2 marududunswoseaududuiinageu (Range)
3.2.1 dontiiludunsannnnisine Linearity lngwidsuansazaiounnigiu
uwnnlaadamseea 25 50 100 150 200 way 250 fadnsusedns mnududuay 3 81 (wSen
ansazauluAgIiUTe 3.1)
3.2.2 {hdeyaiildinanslssninannududuveaunnlaadonsigea (wnu x) uas
Nuiléfia (peak area) (WNY y)
3.2.3 finnsandasiidudunss Tnedaefien Correlation coefficient, r » 0.995
4. figadanuuiugn (Precision) veisinsgviansunnlaadinivea fiszRuanududy o
NANY Uage ANUduTuag 10 8
4.1 Feansnnsgruunnlaadansivea 0.025xx n¥u azatfe Acetone waruiuuiunsiu
50 daaans

1%
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INU9IN1580UTU HorRat 0.3-1.3 (AOAC, 2016)
5 igaaugnded (Trueness) Yo4I53ATIEN

A15199 1 wanadUsnitlunisnaassnelaanneundnazanneMmudsuklad

4.2 Fehegnsansunnlaadamea mdudiuin nans wazgs Ineldiegns 10% 25% waz 95%
MNAIRU T 0. oo N5U Tdvandnusunns wue 100 Tadans Wuasunsgiuwnnlaadinsives
50 fiadn3usiodns 1Ay Acetone 30 fadans Unan thunlug1feiades Ultrasonic bath 15 unil Udos
WansazareUsudingaamgives USuuiuinseaiy Acetone g liliniu nseeinu syringe filters
Nylon membrane Td vial 9un 2 fiaddns thansazanefegaliBinszsisanios GC-FID

4.3 v wadiasgii lfunAuinaad s (Mean) Ardruld oeluunnnsgIu (SD) A1 %RSDr
A1 Predicted Horwitz RSD uagiigataiuusiu lngusziiuainel HorRat (Horwitz's Ratio) fieasnis
HorRat = %RSDr / Predicted Horwitz RSD
Predicted Horwitz RSD = 2C%"°

C = Mass fraction concentration, C = mean/100

5.1 AHUNNSIIULREINUYD 4

5.2 YWaIATIeRNgataugnaes Ineuselliuanel % Recovery faaanTs

Total % Recovery = 100(C)/(Cy + Ca)

Cr = ANuIdNTUYesanstu fortified sample
Cy = ANINTUVBY Unfortified sample
Cp = AITUTUVDY Analyte LA

6. AFvERUATIUNLVENTIAaeUlneMTUAsuLUasan e adntesainan1izund

6.1 AN IHANTENUINNTURBULUAEN1IZWINEDY FI8n1SVIAdeU Ruggedness 1A8N15919
WHUN1IVABE 7 Fuds 8 N15VAREY N15NAABIaY 4 91 AIN3E Youden-Steiner testing (@a1Uu
WIRTINGMNIYIR, 2564) WARNIAIUAITIT 1 WAZANSIT 2

fiauus AUNUBVDIAMUST an12zUnf (A-G) anefilsunas (a-g)

Na | dthans (n3%) 0. 1xxxx (A) 0.2xxxx (a)

B/b | vnUsuUsuInsg (Haddns) 100 (B) 50 (b)

C/c | Y3uws Acetone (Liadans) ~30 (Q) ~25 ()

D/d | wianfiugndae Ultrasonic bath (W) 15 (D) 20 (d)

E/e | nansewdu (und) 45 (E) 60 (e)

F/f | syringe filters Nylon membrane (im) 0.22 (F) 0.45 (f)

G/g | msnsesiedi nsesiufindUsuUTuInsase (G) | nsoamaausuuiungiasa 15 wil (g)
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A15197 2 WEaRINISILNUNSAaeIlglun1sNageU Ruggedness

mimaaaﬁ LLANUNTIINAADN ﬁﬂLQgﬂﬂaﬂﬂiaLﬂiﬂgﬁ
1 A B C D E F G R:
2 A B C D e f g R,
3 A b C d E f g Rs
4 A b C d e F G Ra
5 a B C d e F g Rs
6 a B C d E f G R¢
7 a B C D e f G R;
8 a b C D E F g Rs

6.2 AAUNTIATIZIRULNUNITNAADY Inelddingraunnlaatdoniigea 10%, 25% uag 95%
6.3 ANUIUNANTZNUTDIAILUT (E) Yadisiazsiuys 7 fuus 8 N15vnany

En=(R1 +R2+R3+ R4)/4 - (R5 + R6 + R7 + R8)/4

Es = (R1 + R2 + R5 + R6)/4 — (R3 + R4 + R7 + R8)/4

Ec = (R1 + R3 + R5 + R7)/4 - (R2 + R4 + R6 + R8)/4

Ep = (R1 + R2 + R7 + R8)/4 — (R3 + R4 + R5 + R6)/4

Er = (R1 + R3 + R6 + R8)/4 — (R2 + R4 + R5 + R7)/4

Er = (R1 + R4 + R5 + R8)/4 - (R2 + R3 + R6 + R7)/4

Ec = (R1 + R4 + R6 + R7)/4 - (R2 + R3 + R5 + R8)/4

6.4 insanen |E| wagan S vesmsnsideunlasaniigingg fe
|E| < s uaneir Lifinansgnmuanmaivasuutatanngiindeuvasnsagey

oo S = \/(%) x ). (E?)

7. a33vinansunnlaadangvealufieg1enandael ing dunsen1en1snensntaannisduain
wnasd e 913U 28 fegne sagmaila GLC-FID
7.1 duiiudied and ueiing dunsenisnisinensunnlaumsvealuuai uii andn

AUVITANAT AYNTAIATIN LWYTUT 1UYT gnIsauys uasugy aviestil uasiang
7.2 negsvarsunnlaatonsigealudiedsndnduel Tngdunsienisnisinunsiguiiu

INLAAIINUY
STELLIAN LUAY 1 AanAw 2564 Fugn 30 ey 2566
A0IUNNINITNNABY

naxideinuasiall neRdemundadensnann1anisinuns nsudvINIsneRs 50 a.uvalesu
21AY1 WINT ATENN 10900
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NANISNAABILLAZIR1T]

HavaeN1sANEIENzTiuInzanlunTIATIZiE1s Paclobutrazol §aewmafin GC-FID
INNSANBIEN ST EIzauvewenaI eawialasuilvng i (Gas chromatograph: GO) i
nsdusiasulesslulwtu (Flame lonization Detector : FID) Tun1suenans paclobutrazol wuin
NsLenNa135918 Column wiia HP-5 (30 m x 0.32 mm (i.d.), 0.25 m) Imaéﬁgqmqmmﬁmﬂu 3 HILAU
1w 9amnives Oven Injector Way Detector 7igaumail 240 260 uay 280 °C Amiawy lud1uveq
Carrier gas M ufia He lnefignsinisiua 2.0 Jaddnsaourd T elwnanisnaaevlunisuenans
Paclobutrazol 88na1n Column 'l if Retention time Tun1s3esizsiiivian 3.525 dasunlnunsud
I§annsuenans Paclobutrazol (AWl 1)
1.1 newiSenannzeses GCFD dmsuimseiansunnlpadonseea

Column : HP-5 (30 m x 0.32 mm (i.d.), 0.25 Jtm)

Oven temperature : 240 °C

Injector temperature  : 260 °C

Detector temperature : 280 °C

Carrier gas :He 2.0 mU/min
Injection volume :1.0 ML
Run time : 10.0 min

r 3 4 8 3

e e [ = Pl
C:I a v v
WA 1 Chromatogram Ua3a13aa18NIMIFIULNNLARTINT IO APULTLTY 100 me/L auanTIY
PNUNTEUVDLAT D

1.2 Han13AnwINTIMuIasgINdmTUaNTaraeInIgIuWINLAadansea ¥aANTNTY
25-250 Jadnsusaans wan Correlation coefficient, r 1ndu 1.000 (AW# 1) wuI1 A1 Correlation
coefficient, r > 0.995 HIUNUNNNTEDUSU
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35
30
L 25
£20 y =0.1293x + 0.0319
15 r = 1.000 ® std
10

std

0.000 50.000 100.000 150.000 200.000 250.000 300.000
Conc. paclobutrazol (mg/L)

AT 2 NIULINIFIWEMTUAITAZA1EUIATFINLNNLAGTINT DR YHAMULUTY 25-250 me/L

Nav8IN15N51daUAMUTEIAYe973591AT12ENS paclobutrazol
1. HANFANUINZNZAVOTIDIATIZI (Selectivity 138 Specificity) Ua¥i5IMAGU
PINNITVAFBUAIUR UL TR TnensUSaudisulasuinunsufinsaaldaan
A0819uazlATUNlNINTUTB9E15UI95511 paclobutrazol TAgtRTNaITAZAIEUINTFIULALAITALANY
Fregne mnadudu 100 fadnsusiedns vhnsinszinaianegounnty fiensan Chromatogram
NHaN1SAEoUIN Chromatogram vesansfiaulalunmsveaaufinisuen waziimusunisaisaadia

L T e londing LB, @050 D) —‘
" | A
Lﬂ | H
ll a
|

o |

@ (b) ©
AN 3 Chromatogram 994@19 4 AITHEALATAIIUTUNIZLIIEINR (@) A15a2a18110T51Y
unnlaadans1wes ANLTNTY 100 me/L (b) Solvent blank (Acetone) (c) @15aza 8619819
wnnlaadanseea AL 100 me/L

2. Han1sAnNYI Matrix effect vaiannasy
IINNANIINAABY Matrix Effect 7 Tnamon1531A518%d@15 Paclobutrazol WU AT U
Standard calibration curve L gUf U Matrix calibration curve 3A1A314A 19 %RPD 711U 1.91%
Famudusiatulaiiy 10% wanein 1 Matrix effects n3oladfin1ssuniuvesasazaisfiiog i
wnnlpadamswealugasanududy 25-250 fadnsusedns Juanssannd 4

348



80.000 80.000

70.000 | y=0.2748x +2.6668 20.000
60.000 R?=1 £0.000 y =0.2748x + 2.2656
50.000 50.000
@© @
£ 40.000 £ 40.000
<
30.000 30.000
y = 0.2696x - 0.9887
20.000 R? = 0.9986 20.000 y = 0.2696x - 0.9887
10.000 10.000 R?=0.9986
0.000 0.000
0.000 100.000  200.000  300.000 0.000 100.000 ~ 200.000  300.000
Conc. Paclobutrazol (mg/L) Conc. Paclobutrazol (mg/L)
® STD-PBZ 10% STD ® STD-PBZ25% STD
Linear (STD-PBZ 10%) Linear (STD) Linear (STD-PBZ 25%) Linear (STD)
(a) (b)

AN 4 ANUTUVRY Standard calibration curve wWiguiu Matrix calibration curve Tugn9AMuT U
25-250 faansunaans (a) @a1sennlaatianswea 10% (b) aswnnlaatins1eea 25%

A15199 1 AULTUTURAENUNLANSMUBY Standard WU Standard in matrix TUE9ANUIUTU
25-250 §aansunodns

Standard (STD) Standard in matrix (mSTD)
((lf:;i) Paclobutrazol (PBZ) 10% Paclobutrazol (PBZ) 25%
concentration area Conc.—PBZ 10% Area Conc.—PBZ 25% area

25 24.973 6.215 23.005 8.989 26.620 9.581
50 49.946 12.987 48.272 15.933 49.726 15.931
100 99.893 25.560 98.752 29.805 100.278 29.823
150 149.840 38.230 149.332 43,705 155.115 44.893
200 199.790 52.230 196.378 56.634 200.302 57.311
250 249.730 67.571 245.607 70.163 251.290 71.323

GEUARP y=0.2696x-0.9887 y=0.2748x+2.6668 y=0.2748x+2.2656

%RPD 1.91 1.91

3. HANTIANUEURUSITUEUATS (Linearity) Wagt19ANUINTUNTNAEDU (Range)

3.1 HANINAGABY Linearity Yasliasizriunnlaativiigen anudutuegluyie 5-250 me/L
laan Correlation coefficient, r 1W11f7U 0.9999 (AN 5) wui1 A1 Correlation coefficient, r > 0.995
HOULNEUTNINTIBUSU
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60
50
40
30

Area

20
10

50 100 150 200

Conc. Paclobutrazol (mg/L)

y=0.2183x-0.3025 ®std
r=0.9999

250 300

AN 5 AuduiusBadunss (linearity) n3linnsgiudmsuaisazaieunsgIuLnnlaatimsges
YIANUTNTY 5-250 TadnTuseding

A1519% 2 ANUTLTusar U AN Meansazansnsguknnlaadmswealugaauludy 5-250

UaansURDaNS

Concentration

Standard (STD)

(me/L) Concentration area
5 5.048 1.089
10 10.096 1.857
25 25.239 5.025
50 50.478 10.665
100 100.960 21.779
150 151.430 32.638

200 201.910 43.684
250 252.390 54.935

3.2 NaN1SNAA@BY Range ¥09353LAT1¥a1saza1ENInsgIuLNAlAadINIwea 25-250
Jadnsumedns baa1 Correlation coefficient, r tm1AU 1.0000 (A1N9A 6) Wu?1 A1 Correlation

coefficient, r > 0.995 HIUNUNNITHIUSU
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r=1.000

y=0.2191x - 0.4476

@ std

0.000 50.000 100.000 150.000 200.000 250.000 300.000

Conc. paclobutrazol (mg/L)

AN 6 YRANUTNTUNNAFEU (Range) NTIMINATIINAmMTUaN Tz nIgILuNNlAadInswes
YIANULUTY 25-250 TadnTusiodns
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M1519% 3 ANUTLTuRasUNlANTMYasansaraeInsgIuknalaadanswes Tugiennuduty

25-250 1adnSunDans

Concentration Standard (STD)
(me/L) Concentration area
25 25.239 5.025
50 50.478 10.665
100 100.960 21.779
150 151.430 32.638
200 201.910 43.684
250 252.390 54.935

4. igadanuusiug (Precision) wagAugnAed (Trueness) V@35 wiansunnlaadmswes
fsgfumnuidudu s nans wargs mnududuas 10 41 Tneldfegne 109, 25% wag 95% mugdy
Usifiuannan HorRat (Horwitz’s Ratio) @ sinausin1seeusdy eglutaa 0.3-1.3 (AOAC, 2016) uaz
A1 %Recovery WNATINITEONSU 98-102% (AOAC, 2016)

M15199 4 wan15N gl AuLLue (Precision) Wazadugnead (Trueness) ¥89353LATI¥1WATT
wnnlaadmsvea NszAuANUTNTY A1 AN uazgd

31809 ATULTNTU Trueness Precision
WATIEN (%) Mean SD %Recovery  %RSD,  %PRSD (R) HorRat (r)
(5‘1;’1 (10%) 9.96 0.2401 99.61 2.4102 2.8267 0.9
paclobutrazol n&a19 (25%) 25.18 0.2746 100.72 1.0903 2.4596 0.4
&N (95%) 95.70 0.5105 99.69 0.5334 2.0132 0.3

6. Ay mdsUMMUEEedeulnsnMsUAsuuaEn e oadniesananmzUnd (Ruggedness)

PINNISA N INANSENUANNNSLUA BULUAIEA MEWINE BUF 8MINARBUAINLNLYBTIE (Ruggedness)
NMILHUNTNAADS 7 LS 8 MSVAass NsMAaBas & 91 AN3% Youden-Steiner testing WU K@
MsIAsIEREIsLnnlaatanIgea 8 n1snnaed Aleg1sasunnlaalins1gea 10% 25% wag 95%
(A15797 5) waznansEvUIesiaLYs (F) 11a 7 fauds (15197t 6) wuan degraunnlaatmswea 10% i
nansEnuINNsaBuLaimTnans fedrsunnlaadmsigea 25% finansznuannmsiUasunlas
U311m5 Acetone wag faegraunnlaadangigea 95% fnansenuainnisuasunlasianginae
Ultrasonic bath dawandliifiuinisiasivililamnsadsuwlaniminildlunisdssegas Usuns

Acetone Tun1sazay waza1Mweg1nie Ultrasonic bath 1o
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A15199 5 ANLRALNANITILASIZNA81NNIAATINI A 8 N1SNAABY

Mean (%) (Y)

Experiment

10% 25% 95%
1 10.10 24.57 96.20
2 10.22 24.26 97.17
3 10.13 25.05 94.82
4 10.48 24.23 95.45
5 10.51 24.52 95.10
6 10.41 24.27 96.40
7 10.58 24.07 97.06
8 10.60 23.95 95.21

A1519% 6 NaNSENUVRIALUT (E)

Effect of variables (E)

10% 25% 95%
Ea=(MV1+Y2+Y3+Yd)/d-(Y5+Y6+Y7+Y8)/4 -0.29 0.32 -0.03
Eg=(Y1+Y2+Y5+Y6)/4d—-(Y3+Yad+YT7+Y8)/d -0.14 0.08 0.58
Ec=(N1+Y3+Y5+Y7)/4-(Y2 + Y4 + Y6 +Y8)/4 -0.09 0.37 -0.26
Eo=(Y1+ Y2+ Y7 +Y8)/4-(Y3+Yd + Y5 +Y6)/4 -0.01 -0.30 0.97
Ee=(Y1 +Y3+ Y6 +Y8)/4—-(Y2+Yad+Y5+YT7)/d -0.14 0.19 -0.54
Er=(Y1 +Yd+Y5+Y8)/4—-(Y2+Y3+Y6+YT7)/d 0.09 -0.09 -0.87
Ec=(NY1+Yd+Y6+Y7)/4-(Y2+Y3+Y5+Y8)/4 0.03 -0.16 0.70
S 0.20 0.34 0.91

| E | < Suansn Biflnansznuainnsildsunuasaniziinaanuesnsnagaay

[

7. arniaansunnlaadmswealuiegsnanineiingdunseniansnuasildannisduain

wnasd g 913U 28 fegne sagmaila GLC-FID

7.1 lé’ﬁwmiejuLﬁuﬁaaﬂwqmﬁmﬁ’msﬁi’mqé’ummsnmqm'imwmu,wﬂiﬂuﬁ’mm%ahmﬁuﬁ
FMTAAYNTAIAT AYNTAIATIU INYTYT TI9UT gnTsaiys uasUgy oviesil waziang

nansnadauasunnlaadmssealui e and n el Tng s unsiemensinen i guifiv
NUVETINUIEY F1UIU 28 F19819 Lenadauiiege 10% WP §1uu 17 619819 WUIHanIsnaaeuas
1939 9.27-10.60% W/W f19819 15% WP $1uu 7 Adege nulwan1snageueslugie 13.01-15.25%
W/W uagsinagne 25% W/V SC uau 4 fege wudn namsvaaeuesgluye 23.84-24.61% WA
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dyunan1Imaasg

1NNIRTIRaeuIiinsievianseengniansunnlnadonsgea (Paclobutrazol) lundnsouei
Trgdunsienamsinens lagiigatanuldlaveds lnawmaliadainlasunlngns il (Chromatography)
FheMIvadeUANANYMZIRNIEHINY YesToaNgS Paclobutrazol Wud1 HarmaninsalumItenuas
AMUT U139 (specificity) ifinvasansnageudaiay ludfinduansuniufinvesans uansinis
Jirssianansausnuaziauanzrasiinseasiviinsmadey TeiinsnsavEeuTswensia
(working Range) wazA1Aatdudunss (linearity) Tuanganuidudu 5-250 uaz 25-250 dadniuseodns
anudndiu 18en Correlation coefficient (r) winfiu 0.9999 uag 1.0000 AUAIRY TN QUTINTENTY
A1 > 0.995 (AOAC, 2016) aTaaaUAIMLAIUGN (Precision) LUU within laboratory precision Fanududu
f1 Nang IREER Tneldiregrefianuidudy 10 25 war 95% A1 HorRat winfu 0.9 0.4 uag 0.3
ANEIAy 4 sfla10gTurae 03-1.3 HiulnusigeusUAINNIATEIU AOAC (2016) 115M5I9ADY
MY NFBY (Trueness) 7iAuLdudy 10 25 waz 95% wuin lee1 %Recovery 1Ay 99.61 100.72
uag 99.69 mmﬁ'}é’usﬁqa@mﬁq 98-102 AN asandviuansiifivsunaannnindesas 10 ves
AOAC (2016) \ilans19aauA1uAINY (ruggedness) Tnen1sildsuwlatanieifisadniosainanine
Ui fn1snaununsmaass 7 fauds 8 MINRaes N1sMAABE ¢ 91 A1AS Youden-Steiner testing
WUTT WANITILATIEAAITUNALAATAN I8 8 N1TNAABY WU A8 1LWAlAaUINT 1998 10%
fnanszmuanmswasuwaniminans seghaunnlradomseea 25% duansznuanmsiasuulas
US1105 Acetone way fiegreunnlaatanseea 95% dnansenuainnisdsuuwlataanfiwegndae
Ultrasonic bath Seuansliiiiuinisinseiliannsadsuudamindnildlunsdesets Usums
Acetone lumsazans waziaaniiweeie Ultrasonic bath 18 uenainiigslévinismaaouasunnlaa
Jmsvealuiieg1mandueiingsunsemenainensiguifivainungsiving $1uiu 28 daega
lagnaaausiiege 10% WP 113U 17 g1 wudinansnaaauaglugie 9.27-10.60% W/W fag
15% WP 31171 7 #7889 Wulwan1snaaauegluyie 13.01-15.25% W/W uazdaeeie 25% W/V SC
$1uau 4 fee1e nuTHanAaouay T 23.80-24.61% WV dsfunismsnaeuanuldldues
s dunndy Salaumnzauiiashluldlunisiessarseongns paclobutrazol
Tundndeiingdunsenisnsinunsldegnagndos wiudr afremmnindefieunnanisvaaey uaz
annsnthlurens¥usesiosd foRnsnannnsgiu ISO/IEC 17025: 2017 161 iilouansfanuananinves
el uRnstusyivanna

nAnsunauIeluTduslevd

v

1. I dudsumsgulunsiesgindndas ingdunsienianisinenstuiesufinnig tens

9

[y LY

Junzlgudidiuazdaeen SIUAIUANANAINIATUATIENINITINYAT AUNTEI VY aATng

q
aa

JuUATIY W.A.2535 wazsiusududbuinsgu awnsafnuimewnsiiuniiosujufinisvesnsuivinis
inwssludiuniiane dumesgrieniaenty wasmhenuiifstesldedaduiiideto

2. lffuveversreurnenisfusesiosufURnng mamImsgIu ISO/IEC 17025: 2017 iiteLiiy
Anenmilifumisnuiazesdnsiiduiivonsulussiuaina
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NN
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N3NNI ANITRLA.

aontuanasivewiwd. msasennuldldivesisiamand (eeulat). 2564. Fuduiile 6 wweu
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nsliedunidsauiuieanmiientsnanmaawusaailngin
Tuszuuinuasduny
Use of organic fertilizer in combination with bio-fertilizer for
Long Bean seed production in organic farming system
aynasy waesla’  Asanval wnsne® oSyl Tudedve

AdY) I mgau) umAdana’

Sansoen Siangsai®  Sirilak Phutthawong®  Aran Kantiyawit!

Salisa Pituk’  Kanchana Mahawetsaku?
AudITeuaziandaden1suaamanisinunsve Uiy nesveRNUadenINEnN1aNISInYNT
ABSTRACT

Research and development of the use of organic fertilizers in combination with bio-
fertilizers for the production of lentil seeds in organic farming systems aims to obtain the
technology of organic lentil seed production and nutrient management suitable for seed
production in organic farming systems. Prepare experimental plots. Sub-plot size: width 4
meters, length 20 meters, planting distance 1.0 x 0.5 meters, distance between plots 1.0
meters. Soil management of vegetable plots according to recommended technology and
organic agriculture standards, improve soil nourishment by adding manure and aeration
compost at comparable rates according to the analysis of soil properties together with bio-
fertilizers according to methods 1-5. Prepare lentil seeds and planting. Method 1 and 3: Take
lentil seeds. Phichit 3 varieties are planted by sowing seeds directly in the hole. The 2nd, 4th
and 5th process brings lentil seeds. Phichit 3 variety is mixed with bio-fertilizer and then
planted by sowing seeds directly in the hole, the distance between the plants is 50 x 50
centimeters, and planted in rows of 50 centimeters apart. Let the drip irrigation system 2 times
a day, 30 minutes at a time. Pest prevention uses integrated pest management technology for
organic agriculture of the Department of Agriculture. Number of pods of lentils per square
meter, dry pod weight per square meter, dry seed weight per square meter and seed quality.
The five methods had no statistical differences but method 3, aerated compost, comparable
rate according to soil analysis value 100%, yielded the highest dry pod weight and dry seed
weight of 14.7 and 35.7 grams per square meter. Method 1, manure compost, comparable rate

according to soil analysis value 100%, yielded dry pod weight up to 11.5 and 35.2 grams per

' AudiReuasiauladenisndnnienisinensveuuiy 117 1.14 a.luidles a.iles 2.99uuAY

' Khon Kaen Agricultural Production Sciences Research and Development Center 117 M.14 Naimuang
Muang Khon Kaen

? gudideuasiannudaiudivvouniu 343 1.15 a.imse .4803 . 90ukNY

% Khon Kaen Seed Research and Development Center 343 M.15 Tha-pra Muang Khon Kaen
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square meter. As for the seed quality of method 3, aerated compost, the comparable rate
according to the soil analysis value is 100% and method 4, aerated compost, the comparable
rate according to the soil analysis value is 100% with bio-fertilizer, the most normal seedlings is
20%.

Keywords: Long Bean, organic seeds, organic fertilizers, bio-fertilizers, production seed
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Table 1 Soil properties analysis

Soil depth  pH Lime EC oM Avail P Avail K Sand(%) Silt Clay Texture
(cm) (kg/rai)  (dS/m) (%)  (mg/kg)  (mg/kg) (%) (%)
0-20 7.06 100 0.033 0.445 23 60 76 17.8 6.2 Sandy
loam

Table 2 compost analysis

Composting pH EC %MC  %TN  %TP %TK  %OM %0C C/N %Gl
duration (day) (ds/m) ratio
0 8.2 5.41 - 2.53 3.12 2.37 34.63 20.09 7:1 -
30 8.5 4.55 - 195 346 234 4277 24.81 8:1 -
60 8.6 5.13 357 122 310 218 5025 29.15 12:1 68.9
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Table 3 Yield and yield composition of lentils (square meters)

Treatment No.pod/m®  Dried Pods Weight  Dried Seeds Weight

(g/m?) (g/m?)

1. Manure 100 % 18.6 11.5 35.2
2. Manure 100 %-+ Bio-fertilizer 14.2 10.0 28.8
3. compost 100 % 20.4 14.7 35.7
4. compost 100 %+ Bio-fertilizer 19.9 11.8 33.6
5. compost 75 %+ Bio-fertilizer 17.5 114 29.3
F-test NS NS NS

CV.(%) 30.07 51.01 32.62

F1UUHNVDINENE1IMDAITINUAT UIMUNHNLAIADAITINNAT LAzt nTNUAALAIRaRA1T14
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Table 4 Seed testing and analysis

Treatment Normal Seed  Abnormal Seed Dead Seed

(%) (%) (%)
1. Manure 100 % 19 12 69
2. Manure 100 %-+ Bio-fertilizer 14 10 76
3. compost 100 % 20 15 65
4. compost 100 %+ Bio-fertilizer 20 12 68
5. compost 75 %+ Bio-fertilizer 18 11 71
F-test NS NS NS

CV.(%) 30.07 51.01 32.62
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