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5. UNANED

a

Walwwaznsivaeuauldlavedizimsigiarsiivanaisngulnseslea (triazole) wiln
waszlaullea (tetraconazole) lanazlaulaa (hexaconazole) Insiilaunlaa (propiconazole) wag
Tolulaunlaa (difenoconazole) Tudrog1sfunsie Tasldmatianialasuilasnsisianasoulanians
AmALWas (GC-ECD) Anelaaniign1snaassnmiuizay A1 retention time Winnu 12.560 15.574
19.405 way 32.525 W19 sua1eu WIsuieudIsTnIsana 3 35 wui1isnisanaeie acetonitrile 1viAn
P Yy oA aa ! v aa v a o o

Sovazni1slanauAu (%recovery) Nfini1n15aindnaeosdd taale %recovery Lady d1%35U
tetraconazole hexaconazole propiconazole Wag difenoconazole t1du 99 105 104 wag 113

v ¥ o o

Woasidud audisu setulInaenlddisnisannaie acetonitrile d1nsunisnsisasuauldlavesds

A1 tetraconazole hexaconazole propiconazole Wag difenoconazole Tudag1siunsy laag



nsldau/anududunsswesdsnaaey (range/linearity) @MU tetraconazole aglugag 0.0100 &9
02411 fiadnSudoilansu hexaconazole aglud19 0.0103 fi9 0.3697 HadnTureflansy
propiconazole agluy39 0.0207 i1 0.7460 dadnTusieflaniy uag difenoconazole agluyaa 0.0255
94 0.6119 fadnsudeilandu A1 R? 11nn31 0.995 ladnd1ian1smsa9in (LOD) windu 0.005 0.005
0.010 waz 0.013 faansuseilaniy LazlndnnnN19MT1ATATIUSUIU (LOQ) 1i1AU 0.01 0.01 0.02

wag 0.03 Aaansusanlansy a1ua1Au 31nN15USEINY accuracy HA %recovery WinAU 74-82

v =

Wesidiud 72-109 Wesidud 82-113 1Wosidus uaz 88-95 Wosldud muddiu deeglunasineeusule

§ =

LAEAIIULAEY (precision) UszliiuaInal %RSD wuaglutdie 6-10 Wosidud 4-9 Wesidud 4-12

[
Ly

s & s & & o u [ ¢ = U VY axa = ° va ¢
WasLEUs hay 5-10 LUBSIIUR fNNaIAY %Q@QIULﬂﬂJWIV]EJE]MiUI@ ’JﬁwwmuwummaauﬂﬂimLﬁmw
#7135 ¥ANAIY tetraconazole hexaconazole propiconazole wag difenoconazole TuAnsIUUUNTIE

wagAumileInseau LOQ lalaedinnnugneiaauaiugn
Abstract

The analysis method of tetraconazole, hexaconazole, propiconazole, and
difenoconazole residue in sandy soil samples was developed and validated by using the gas
chromatography-electron capture detector (GC-ECD) technique. Under the optimum conditions,
the retention time of these pesticides at 12.560, 15.574, 19.405, and 32.525 minutes were
obtained, respectively. Three extraction methods were compared for the selection of the best
method for conducting the validation study. It was found that the acetonitrile extraction
method gave the best result in terms of percentage recovery evaluation. The obtained mean
recoveries for tetraconazole, hexaconazole, propiconazole, and difenoconazole are 99%, 105%,
104%, and 1139%, respectively. Therefore, the acetonitrile extraction method was selected for
further study of the validation of the analytical method. The obtained linearity for
tetraconazole was 0.0100 to 0.2411 meg/kg, hexaconazole was 0.0103 to 0.3697 mg/ke,
propiconazole was 0.0207 to 0.7460 me/kg, and difenoconazole was 0.0255 to 0.6119 mg/kg (R?
> 0.995) with limit of detection of 0.005, 0.005, 0.010, and 0.013 mg/kg and limit of quantitation
of 0.01, 0.01, 0.02, and 0.03 me/kg, respectively. The obtained recoveries were 74-82%, 72-

109%, 82-113% e 88-95%. The precision of the method was considered in terms of relative
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standard deviation (%RSD), which were 6-10%, 4-9%, 4-12%, and 5-10%, respectively. This
developed method was successfully applied for the determination of tetraconazole,

hexaconazole, propiconazole, and difenoconazole in sandy loam and clay at the LOQ level.

6. A1

1ndeyanistunsifou nsdndiarsiainianisnsasnguaistestunaridnlsaiie
(Fungicide) WWuansividunniigaifiududuanssesninarsiidnfaity nudeyanisindrarsiivia
hexaconazole difenoconazole propiconazole gy tetraconazole ﬁmiﬁwﬁmmﬁqmmmﬁ’ﬁu LAY
Xanienuan n. aadl 1 EdneueufisuasTanniainuns, 2562) asnguiideuldtostusdalsadivly

v

fwdnualdl vioetostusnuiudaiug wu dadas 41ilne ullsad oqu wedila weanisda nuw

9 2 v A a ~ v v A a a v A g v a | a ada
waznady 1Wudy Weiansantadeyansmuiivingrdwnseunluteyaussiliunansenusedalyin
Tudauandaunianwan n. n13199 2 dnnadilentanansiwmariasnszaeuasduleuasddwindouls
PR X \a N 8 a ! = vala v a A &) | )
Faillonavueaudfunazunanivinauagnitvuasnaliififinisldarsivnauiduluunaesessu
AN EANANTUARAIN0) WolinN1sAAwIz Y2 INAURFUNAILNSTTUYIR lassasaluanavesansngy
triazole LAMIAININD 1

a

NansAnITAIAakazIB M NzRaIAnAINgY triazole Tuiog1amsdaindonis
f9 9 19 e dsssuvR didseun fuedu linsuinasivnguiannsoandsldluduandenly
U3Uauan@IafuAILunaafiun nan15An®1989 Cheng et al. (2013) S1891UNITATITNY
propiconazole Tufaag19duuIunn 0.12-0.19 Tadnsusdeilansy Tudiegrs@unuysuin 0.10-0.18
fadnsusenlanty drlutnsalinundomniie LOD 3sldvinis spiked arsuimsgiuasiuluih
U3u1ad5¥1119 0.02-0.5 fadnsumedns nuinlasesarn1snauAusEnIg 90-99 wWesidua luiiogis
duszUaziudinAlesunisnsadnseiainauddeves Tane et al. (2010) Ingpsiaansiiveie
tricyclazole triadimefon tebuconazole Uag diniconazole uag@nw¥IAUYNABILIUG1VRNITIAYYN
n13 spiked ansunsgmumaniadiuluiiuiinmsening 0.5-10.0 lilasniusedng wuildSesasnis
naURusENINe 8296 Wesidus fisnenunisnrany difenoconazole lushetsiissuwan 2 foga
0 4 deglunnasdnniienenldvnismgTusenuey Azarbaijan Province (31s1u) wuluusunu 8.0-

19.0 w1 lunsuADNTY 91NN15ATIATNERNAININUA 5 ¥UAAD penconazole hexaconazole

diniconazole tebuconazole wag difenoconazole uanandudalaasusngunisAnurisinsiey
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fegBnuatevilalann fieg1edundet 11 Wiedu UiiediUa dennsedy wavdiog19in TulLanddn

[

msnTasiivandenguilfinuddguazdndunsziinisandnsludandenads Farajzadeha et al.

A a a 1

(2014) walimanzaudunsesllonogluiesUuanisnduauidenansenuainnislding iy

Y
= o & A v o aa o aa a ¢ a Y !

n1sineas Iadimnudndungdesinuiseaznsisasunnuldlaveisnisinseiasiuandiangu
triazole Tufu

WIATIERRaENAARUANTHYANANNEY triazole WUTIAITAYANAIINGY triazole @1U150
nsradnlanalsnaila ManAdannie Gas chromatography (GC) wag High performance liquid
chromatography (HPLC) aae#ia329inviineang 9 819y GC-ECD GC-NPD normal phase HPLC-UV

< v

wag LC-MS/MS 1dunu

nsfnwimuLaznvaeuauldlivesisiiasient propiconazole Tusiiag1aun fAukazaiu

wansliudsUssansnminueansidmaiia normal phase HPLC AilesunisuSuantiznsvinauaes

srUUNMLNzaNwavi lilag19999n15v1uRnI1wazlaan LOD wag LOQ Adifiganasnani1siesie

'
v A

F719871999Na129199 U YuABlAAT LOD fii1n11 0.02 fadnSusanlansy way LOQ fia1luiiu 0.05

' 1
o ! aaa o IS

fiadnTusenlansy Fndnavellawnsauszyndldlaiuiiegraasednuideillaldmatianisadin fe

' [ (%
aa a = (X

SPE vhlvianansaanasegelasinswasldansailasaunsnanveadendiinaiuaind uneunisans
(Cheng et al., 2013)

Farajzadeha et al. (2014) la51897UNANITANYINITHAUIITIATIEV AR YANAINGY
triazole 5 ¥%in lAwA penconazole hexaconazole diniconazole tebuconazole wag difenoconazole
frognatine sensldiaies gas chromatograph-nitrogen-phosphorus detector (GC-NPD) la@1 LOD
war LOQ Wiy 0.05-0.21 wilunduseny uaz 0.15-1.1 wilundusensu lutiie audiu §9359

[ ‘g a 4 1 o VY v A 1 . e 1 f < ¢
WRIUTTUNATINONADILNUY lﬂiaﬁlagﬂ’]iﬂa‘Uﬂu“U@Qﬂ'ﬁﬂQM triazole NANENTULI9 97-100 1WosIFUA
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Xue et al. (2015) Wssnunan1sfinvn1snsradnssdarstesiufmdndos 9 iia liun
triadimefon  picoxystrobin  kresoxim-methyl  diniconazole epoxiconazole  trifloxystrobin
triticonazole difenoconazole ag azoxystrobin Tupaniugyaua Aen1sidimatan1sainf19e
matrix extraction-vortex-assisted dispersive liquid-liquid microextraction (ME-VADLLME) A & u
FA512128LAT8Y gas chromatograph-electron capture detector (GC-ECD) &sl#uszansainnis

q



ATIANATIBANR LASouazn1snduALYesaIsnay triazole Tugas 73.9-95.1 wWesifud Fawani1sdne
Ipnadumminela
o = v a - 9 v ax
wenanildaiinsldinaiia LC-MS/MS wieldlunmsimuiiagnisnsiaaundugnaeswedisnis

ALAS1%R enantiomeric 94 triazole 8 ¥ AW SauAu laAuA tetraconazole fenbuconazole
epoxiconazole diniconazole hexaconazole triadimefon paclobutrazol W @ ¢ myclobutanil Tu
feg1afukaritegIn vnsUseliuanugndeswing1veismenisivasuinsgiuadiludiegi
warfwInSoraznslinduAudmiuin egsening 81.2-106.5 Wasifud wazldardulewuu
WNTFIUEUINTTZNIN 2.1-11.5 Wosidud wuian LOD (S/N=3) #ilasnin 1.0 lulasniusedns waz
A1 LOQ (S/N=10) danlaliiu 3.0 lalasnsumeans (Li et al, 2012)
Tuuddndudosimuinisnsiadnsiziaisiivanddtuiulagldisnisasiadmseinldlu
% a wa vl Y 1Y) ax | | and & Y
el urns lnelaiinsanuuasuazyiuliannannisnisdng 9 wu 3n3sniluainsgiuaina dandas

ac Y ax = = o & o o 9 ax a ¢
NIFUI9551U wazdliau1ITNAaaUTUL (In-house method) 9T NTUNILABINMUITTNITIATIEA
asfiwanddimunzauiuiangunsaivavinsesdiendegluies Uanis Talaisn1sidussansam

[ [ 1Y A wva & 4 = ¥ aada ¢ A A Y
ssiuLasUaendedeuila stunsazdesinisasiaaeunnuldlavedidinsed ietiuduainy

AugNFRil kardanTaitevenlivinenuey  vtignuiguazienvuniauaula
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f. propiconazole d. tetraconazole

AW 1. 1A598319989a13N4Y triazole (Pubchem, 2020)

7. Fwantiunig
7.1 gunsal
1) 1A30euin
Lﬂéauﬁjmﬁummﬁﬂlﬁm separatory funnel, beaker, cylinder, erlenmeyer flask, round
bottom flask, graduated tube, ¢glass vial for auto sampler, pipette, volumetric flask, glass funnel
LAy centrifuge tube inFosumildlunisnIouarsaratsuinsgiu oA auto pipette volumetric
pipette e volumetric flask class A
2) llAusviianig
2.1) arsipdlvila analytical grade d@usuldlunisadnsieene laun anhydrous sodium sulfate,
acetone, ethyl acetate, hexane, magnesium sulfate, primary secondary amine (PSA), sodium

chloride, graphitize carbon black (GCB), VertiPak PSA/Carbograph (SPE), water wag toluene



2.2) ansiafiviln pesticide grade 16in acetonitrile, hexane wag iso-octane
2.3) @158 1M 551U pesticide grade N@u triazole 4 ¥ia Uszney m18 hexaconazole,
difenoconazole, propiconazole ILa¢ tetraconazole
2.4) Munudiutn Aunse AuILIUNTe uazaumile,
3) \Adesloinermand
3.1) in3estasiBonneadon 2 uag 5 Fumis

[

3.2) Lﬂ%‘aaaﬁ’mmqﬁﬁw separatory funnel wag shaker

3.3) \p3esanU3unsviin rotary evaporator Wag nitrogen evaporator

3.4) \A30INANATTAYAE (vortex mixer)

3.5) U (freezer) aaumail - 25 i1 -10 sarwaLTy

3.6) W3nstuies (centrifuge)

3.7) 1384 gas chromatograph (GO) 3U HP 6890 w3auf1ms33Tnvilia electron capture
detector (ECD) wazmoauuadia DB5-ms, Uu1A 30m x 0.25 mm. i.d. x 0.25 um film thickness

3.8) 1A04 gas chromatograph (GO) JU HP 7890B w3oufIn3333nvlA nitrogen phosphorus
detector (NPD) wagaaduaiin DB-35, 9u1m 30-m x 0.25 mm i.d. x 0.25 um film thickness
7.2 5019

1) NSLHTEUATALAILUINTFIY

W38 stock standard solution YesansiiwuaazsialrilaAutNTu Uszuia 1,000 lulasnsu

siefladans WW3ua intermediate standard solution 1lfansazarsuinsgiu Alanududusglutis

Uszuna 50 lulasnsusieliadans wastw3uu mix working standard solution Tilaansazaisunnsgiu

reslvidianududuuseanu 0.01 - 2.50 lulasniusieliadans lnedwinaingasluniaxuin 2.

2) ANSMIENILANTYINUNALEA@UVDUATS GC-ECD

2.1) INN1TWI@N1IEMARNIZFUVRIUNNIT 1IN IE1AY U9 GC conditions NV bAA1
X oA ~ i a i a c{' a
response U94a1511955UER W BABULUAIAINITEWeSIU 1 A1 019ilu MswWAsuaumngll Inlet

temperature Wag N15% flow rate vesuRainAmunzas Wudu laan1ivees GC Amunvaudsil

a ° P
A9 1 @NNIZAITNINIUNLRUITEUUDY GC



Parameters Optimized conditions

Mode splitless

Inlet temperature 260 °C

Injection volume 1L

Detector type ECD

Detector temperature 300 °C

Column DB-5ms, 30m x 0.25mm x 0.25um film thickness
Carrier gas He, make up N, 58.8 ml/min

Flow rate 1.5 mlmin

2.2) dnsinsiiiuvesgungiiniswenaisluaaduil (Oven ramp) MAAANITULENYBIAT
WRSPILTRIZaLREN IS IAT e Tndusssfinudnsnmadiidvesanmginiswenanslunedul
AIEAINTTINN 2

A58 2 BRTINSLYeIgunniinskenanslunedul (Oven ramp)

Program Hold Initial Final Rate Run time
(min) (°0) Q) (°C/min) (min)
ramp 1 1 120 120 - 1
ramp 2 3 120 210 10 13
ramp 3 1 210 245 3 25.67
ramp 4 9 245 270 20 35.92
post run 1 280 - - 36.92

3) AN®IITN1ANAMIDE MM AL MSUNITIATIZAIELAT D910

%

Tnen s euieuismseusl1a819iu flag1snanalaunlunsiadmsizvimsdnnazUSuna
’ P 9 A 2~ P ac o X
ANSNEANANNIULATLUTENBUAIE 3 F0AIN
3.1) A/N5aN@AU In house method TM-T04-102 (AOAC, 2016)
TIAU 20 NSU LN ethyl acetate (AR) 75 a88nT 181028 shaker WU 4 F2LU9 NTDIHIU

sodium sulfate anhydrous a19920ldA29819078 ethyl acetate 20 Hadans 2 A NTOINIU sodium



sulfate anhydrous 52uAuW anuIu1nslaely rotary evaporator AuLAB UL USUUTUINTAY ethyl

A Y Y

acetate (PR) 19119 2 1addns gaaisadn 1 Haddans UrlUanUIu1nsauiiouwnanie nitrogen
evaporator karUUUTHIMIAIE hexane (PR) lilé 2.5 fiaddns thlunsiemidae GC-ECD ionsaa
AATIRATRENGY triazole
3.2) 33n15afadAu In house method TM-TO4-102 (AOAC, 2016) iintunsunisuinasiuieon
(clean up) e SPE
afmnunuitlude 3.1 doldarsavarefiatnirarsatnlududuneuniseindcuiou
(clean up) A1y SPE 1aan13s condition SPE A28@15%% elution solution (acetonitrile: toluene, 3:1)
U3 3 fiadans S1uau 2 afe gransadnlude 3.1 w1 2 fiaddns a9 SPE column Twdeuld (ivdu
eluate @laly test tube 10 fladans wdrvedae 3 Sadans elution solution 2 ads iWasazarsay

oL USuusuasdu 2 Dadans ade hexane PR Anasavane 1 4adans ad vial iludnsenisie

GC-ECD
3.3) 33n15afinau Acetonitrile adndsuieu (clean up) A8 SPE (Cheng et al., 2013)

Extraction ¥3fu 10 n¥u a9 PTFE centrifuge tube wua 50 faddns Uan (Fuwiisliy

2 [
) U a

110 Wosiiud vewdwmdn nsal spike std., vortex 30 U7, faiteld 30 wrdl) @udn ultrapure 3

io(

1233m5 WY acetonitrile AR 20 Hiadans UaKLE1928 vortex mixer 8819659 5 W17 AN 3 NSUVDY
anh. MgSO, ag 1.5 nSuve9 NaCl, vortex mixer 3 wn#l WrluiiniASes centrifuge MA2131L57 4000
rpom WU 5 U9l ANESATANY 15 UaaanT AWINNUNANIUIN 50 UARARNT TLLNYAIY rotary evaporator
JUNBURAITIRUNYI 40 BarLalTiEd Wiy acetonitrile AR axanefiagne 2 1adans (vortex) Tans
[ 5 -] [ .«.:4' dl' v QI -&I 19 -] . ¥
anavienun 1arsananlall clean up WievdndsUwlouse SPE Clean up ¥11A1s condition SPE #2¢
@139 elution solution (acetonitrile: toluene, 3:1) Usuna 3 faddns 91U 2 A3 gaansadianlaun
a aa 1 a a v v i H . . a aa < PN
2 1a8ans WU SPE column Mw3euly a19me1n deionized 3 fiadans iU eluate NbobuU test tube
YUIR 10 UARANT a1ve SPE column Ae@15u2USNIMS 3 Taaans 914U 2 A5 (acetonitrile:

toluene, 3:1) Wransazanefiiureaul lUanUInInsauLNauLARIY nitrogen evaporator Y5UUTuNS

anvnewdu 1 1addns Mo hexane PR gaansazans 1 fiaddns as vial thludesizsisng GC-ECD



4) MsnsvaeuAulElaedidnTIATIER
44' % A & A ° Y a ¢ aa v o I a A =
Welaan11zedaIoslloMunzaud s un1TIATIZALaZITNTaNAfIRg19AUNMNIZaN 39
Aanliunisnsiageunuldlavesisnisimgiesd lnenadounuanyuslan1zadIzinsen
(Performance Analytical Characteristics of method) 16 A range, linearity, accuracy, limit of
detection (LOD) wag limit of quantitation (LOQ) (Eurachem, 2014)
4.1) #599a8UTMNTLTNL/ANITUEURTS (range/linearity) ¥8935nAdY
1n8n19MA@8U reagent blank Lag fortified sample 7 SEAUAMLTNTY ) @z 1 971 A
aa a o 1 ° ) . ) ° o ~ v v
AFNTNWRIUIVY @1N5U linearity N1N15NAEDU reagent blank iag fortified sample NAIIULVUYU
A1elu range 7 SEAUANTNTU 9 ag 3 971 AUITNTTIRNMUITY F8N15 spiked ANTUINTFIUNGY
triazole 4 viln Usgnaumay tetraconazole hexaconazole propiconazole wag difenoconazole asly
TuAunse YNTainaedsNITINAILITUNN BLAIATIITATIZMELATEY GC - ECD Wisladeygiu Uian
o av Y ey ' & de va YRl Y v ' a P !
e ruilandennsimszningiunlane wau Y) Auaiasduturssdaisudazsida WAy X) Lieuiean
Anududunssweinsivl coefficient of determination (R?) udafiansanarnuluidunse lnoines
n1suansuUAN correlation coefficient (r) AAIMINAIUTONAU 0.995
4.2) mmgﬂéfaﬂ (accuracy)

lnenaaay reagent blank sample blank wag fortified sample #1801 spiked @135

UINIFIUN f:j 3 triazole 4 ¥iin YsgneauUMIY tetraconazole hexaconazole propiconazole Lhay

] U

difenoconazole aslluAunselvlapnududy 3 sz Aefisedu M1 natsuazgs Anuiutuag 7 9
Usely accuracy 310

4.2.1) A1 %recovery Aunadlagall

%recovery = Cea/ Ciontified X 100

3o Cenl ANULTUTUYBIETNIATIZAL (Me/ke)
Crortified = AINNTUTUVDIATALANLUINTFIUNGY (Mg/ke)

AvuANAeINNTEBNSU recovery 70-120 WasiGusd (SANTE/11813, 2017)
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4.2.2) ALY (precision)
Useiliuen precision 3MNN13AUINMIANToUaEd T8 L UNNINTFIUTUINS (%

[

RSD) a8 %RSD Audallasad

9%RSD = SD x 100

X

AMUALNEIIN1SEBNSU precision AadiAn %RSD Heunin 22 wWesidus (AOAC, 2016)

4.3) In31nn139 53939 (limit of detection, LOD)
nadaay sample blank uag fortified sample #8013 spike a15uIMTEIUTATTUA
(0.005 - 0.013 fiadnSusieilansy) S1uru 7 81 wd23As129% LOD 910 Signal to Noise Ratio; S/N
Ratio AMUWUAAINITERNSUNITASIATIA S/N Ratio UINAINSaWINAU 3 (Eurachem, 2014)
4.4) IpIAnN1INTIVTARUSIAL (limit of quantitation, LOQ)
naaau sample blank wag fortified sample §138397nANuduT et siszdulndlRes
w30M1n31 10 S/N Ratio #28n15 spike @1511MsgIUAANITuTY 0.01 - 0.03 Tadnfusenlaniy
§1u2u 7 91 Uszifiu accuracy Tagdinuanaudin1seoudusn % recovery 70-120 wWosidud
(SANTE/11813, 2017) wag %RSD tiosndn 22 wesidus (AOAC, 2016)
4.5) Reproducibility
TnenageuiuAunieInazAusulunsty 1nedasigs sample blank wag fortified
samnple Aifaudutunigluganismaaeu 1 anududulusegndumdoasiusiutunse S1uiu
¥inay 7 91 AITANAUITY A529d0U accuracy kag precision 31NN15UIELU %recovery Way

%RSD TngAvUALNNIINITEBNSUAT % recovery 70-120 Wasidud (SANTE/11813, 2017) wag %RSD

o8N 22 Wesidus (AOAC, 2016)

7.3 Lanuagan Ui
SusuiounaIAL 2561 - Augapauiuenguy 2563 TNseziian 2 U

anunin1Ineaevissl UANsNENIdENaNTENnUAINNS I IR INYN1SNEAT NGuITY

9
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nRifeNISNYRINBIdETmUITITUNTHEANIINITINYAT
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8. WAN1INAABILAZIVITAl

INNTANYINANUITY AITNUNIUITIUNTIY LENENTITVATIEIRALNAFRUAITHYANANGY
triazole ¥l tetraconazole hexaconazole propiconazole Wag difenoconazole wenelulsanauaz
A19UTENA NUINEITRYANAT tetraconazole hexaconazole propiconazole Wag difenoconazole
annsansantaldfianadianig GC war HPLC dusuanuidsiinadaiignidenldlunisimunisnig
WAt Ae GC lngdnsradnilianllunisingegafe sidnaseunaniaeifnaines (Gas
Chromatograph-Electron Capture detector, GC-ECD) tilpsanlulassasrsluianavesansiivngy
triazole (nwil 1) flnasIuidussdusznovduiuasiiididnnseugailiieshdenisnsrainse
as19¥aulatiunn (Xue et al, 2015) Bnwadanuizaufunisidauiniosiiodns v fagluy
o uRns

WIHUANTALAIYUINTFIUAIIUTUTUGIVIaT i wyila tetraconazole hexaconazole

propiconazole Way difenoconazole Aandudu 1121.380 lulasnsunefiadans 1002.792 lulasnsu
wofladans 1904.760 lulasn3urefiadansuar 995,940 lulasndurefiadansnudidu ieldindos
asazgansunsguldauianududuseduing g dmduausiegedldlunisiauiieseile
AseufiegRuiierdnansBuniddu q Asemeldie waza13sunIuTeNdNATUNIUABNANIT
Anseide Tnendneudvsnulunwusdaaindestunsumdeu mﬂﬁum%aumia3awmm§m
intermediate standard (A3 gy 50 Tulasn3useiadans) way mixed working standard 7iR31
WNtung 9 6 sedumuNTY dvsunaaeunnududunseesasuinsgiunsazyin (linearity) lny
13314 calibration curve wagfia1saiAn correlation coefficient fadlitioand 0.995 Jsa1nnanis
npgaUEI 4 ¥iln Wudnen correlation coefficient ﬁlé’a&ﬂuﬂhﬁwdw 0.997-0.999
8.1) MsmanmgnIuimLIranveAies GC-ECD

IMNANANITNAABUNITATIVIAFITHBNGU YilA tetraconazole hexaconazole
propiconazole way difenoconazole mewalauialasulasnsuidianasoulaniaesmnanes (Gas
Chromatograph-Electron Capture detector, GC-ECD) Wudﬂﬁﬁﬁyﬁgﬂmﬁﬁﬁqm Ingldann signal/noise
ratio geniFamsaa¥nvdla Nitrogen-phosphorus detector (GC-NPD) WlowSsuiiisulngldansumsgiu
fanudutudoatu Fadenldlunisimunisnisdell Tnsreduifimunzaufunisiingeid ldun DB-
5ms FaflnmautfdenliviuAtentuasitlidesnisinmedsy 9 warannsosiliarsits 4 sdauen
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% 1 a 6 ] d‘ d' . .
28NIMNNULNUITAUABDAITIATIEN NAFADUFN1ITAITNINIUYDUATDY GC-ECD vtnugad (opt|m|zed

condition) &mSun1siATIERasivANA1NEY triazole Inensldnaduiinsisiiivanzay viin DB-

a

5ms wdUUgnIINTsInaveniafiing eaumgidiudiansiiigssuu GC Walilinisuenuazdayayio

> Ag7]

wizaulnefiaIsaunaInal sensitivity 38 slope (Hz*s. ul/ng) wuansnsinisluaiminzaulann 1.5

faddnssiou gaumgiidiuinasiingseuuimungaune 260 asewaifisa Usuinsnandnssuu 1

9

a

LulAsdns uwaveumgivesingiainfe 300 ssrwaded faudsdenidannemsvinuimangauil
] U = 1 d‘ dll ] U a 6 a 14

dmsunisAnuidely @1z NRUIZaNRILATEY GC-ECD d195UNI5ILATIERAITABANAS
tetraconazole hexaconazole propiconazole wag difenoconazole WAAIRINITNN 1 LazA13199 2 T3
Mlilaaifasiuueneanu1a1nAadaull retention time (ty) Svrureluund (min) WWusadl
tetraconazole 3 retention time Wi1AU 12.560 117 hexaconazole 3 retention time WAy 15.574

U191 propiconazole il retention time V11U 19.405 419 wag difenoconazole il retention time

WU 32.525 U7 AUAIRU @599 4 IRALENDDNINNAUBEMNLILANRDNITIATIZN

8.2) ANWII5NSANAAIBE TN AUANNSTUNITIATIZNAIELAT D931

WAIUITENITNTINNATIEHRATRYANAY tetraconazole hexaconazole propiconazole Hay
difenoconazole Tufeatsfunsensivinmsmatauialasulasns il lagldisnisadaniouiiogig
upndaiu 3 35 nulerlseansninnisainfuesans (%recovery) Yoaivadisoglutiesening

35-170 Wosidus saanslunisnai 3

‘:l' a a o A ax a 1 a
A15199 3 USEANBAIMNNITARAAUYDIETT (%recovery) UBIIDNARDUAITAYANAISIUAUNTIY

Bilaue %Recovery
8n15aimdu (In house method TM-T04-102) 127-170
35n15ananu (In house method TM-T04-102) clean 38-65

up A8 SPE Au1n 3 addns

BnNsainfAusie Acetonitrile clean up #e) SPE 35-60

YPUIR 3 Uadans

ANNANITNAADUATNNTANARUNUINENTNABINNT AT AU LA T MANAN1IATIZ A LN
INAYIEONSU 1H99391n matrix effect ins1znsanalulakIuns clean up LazagRBITUATAADINTS

AasERurilnasiinnisandsluduneu clean up eredinmsiaundenldian clean up Mvanza
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WiallinUsgansninnisnisainfuresas Weanunsansidweiasiaegadiuseansam wazeglugag
naueiNsEaNsUAINISAUNGY Tlogluraeszning 70-120 wWesidud
Han1snaasslTuasuiandmsu clean up lutunounismssudlegs lngldusunu
2 o & a aa < a aa '
Y0UT991U559LU SPE column 1 nTUIINYUIA 3 addns Wuwuin 6 TadanT A1NHANITNARDINUTY
1AAINTAUNGU (%recovery) unTunavoglunaeiNeausuls nakaninanis1edn 4
A15719% 4 UsEaNSAINNISaNAAUTDIaT (%recovery) UBIIoNAABUANTNYANAISIUANNIIEAEIDTN

A9y waglduunnvee SPE column Asnenu

WNLEUD %Recovery

SPE column 3 %8aa®s | SPE column 6 1aaass

1. 385n1587mAU (In house method TM- 127-170 *NA
T04-102)
2. 35n15anmau (In house method TM- 38-65 103-120

T04-102) wa7 clean up MY SPE

3. ANsanaRUAe acetonitrile wan 35-60 99-113

clean up #18 SPE

*NA = not analysis

[

NNANINARBINLANUTIINTINITNTINIAT VAU IRAN TNAFeUNBE luNTINTERNTY

a a v A

(%recovery) ogluga 70-120 wWasidug &I 2 35 iefiansanwesiduduszansamnisannfuvesans 33

'
a

71 3 Ap3Snsarinfusie acetonitrite clean up #ae SPE d15a5UwA 6 Hadans Winan133mseing

'
a

fan unluntdsagaduisilvasaiilunisadatasnittazazansinsindd Jadudsimunzaunasy

9

gnidenlun1sAnwnaaeuTsnNsiwIeudieg1anuYlnduvIga Wy AuNT1y AuTIU Lagi unile?

(3

warnsIaEauANUlYleveITIATIE

'
Yaa U Aa =

denldign1sarinfusiiy acetonitrile &3 clean up fe SPE d1sagUauin 6 Taddns @
Tnan1siinsevidiaiige wagldannznsvihaufingauves GC-ECD AldfmNTeT 1 uag 2 dmsu
miamiwﬁa’l'ﬁmjm triazole Usgnounay difenoconazole hexaconazole propiconazole Wa
tetraconazole lufunsne AusiunazAumilen nulmansnaaesdils Wuseavsnmnsasafuvesans
(%recovery) difenoconazole hexaconazole propiconazole Wag tetraconazole ﬁWM%JUﬁuVIiWEJEJE‘J:
Tuta9321319 81-100 Wesidud Ausiueglugieszning 88-105 wWesidud wazhuwmieeglugieszning

78-99 Wasifud lneaminveisnsanniunisaiuyila lauseansamasatnfuvesans (%recovery)
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difenoconazole hexaconazole propiconazole uag tetraconazole agllug9381319 81-105 wWasidud
Farwnuin1sEeusy Y%recovery Maglugag 70-120 1Wasidud Aaudelddsnisnsiadnsigifums
AUBUARD AUNTIY AUTIU LAZAULUTLEIAI8TTN1TENAAIY acetonitrile A7 clean up A8 SPE a7

M5IAELAIBY GC-ECD §991nA15HANsaunAUsEaNs A mnsaninauuesans (%recovery) lanatduiiul

' [
ada o =< aAa

wola wardsnawTungniluldlunisnsiaaeuauldlaveisimmesiansiivanaangy triazole

%iin difenoconazole hexaconazole propiconazole wag tetraconazole Tupusely

8.3) N15n529aaUANUTYlAvUaIITN15AAIIZA

8.3.1 avmiludunsswesansuinsgiunay triazole

Anwrnduiduns9999a15u1M551UNgN triazole 4 Wil loun tetraconazole
hexaconazole propiconazole LWa¢ difenoconazole Imaa%’wmwﬂmmgm (calibration curve) A8
#15azany working standard solution @y triazole 7 6 szuAdLd Teun tetraconazole Tugas
0.0201 £ 0.6029 lulasnsuraiaddns hexaconazole Tuga9 0.0205 19 0.6161 lulasniusoliadans
propiconazole Tua14 0.0414 s 1.2434 lulasnsureiiagaans uae difenoconazole Tuga9 0.0510 fi
1.5300 lulasnsusioliadans wuitlaan R? Ay 0.9990 0.9976 0.9995 waz 0.9954 AINAIAU WAAS

NIIMUINTFIUVDIATHAALTLA FaNINA 2 (n - Q)

(n) ()

tetraconazole 200000.0 hexaconazole

200000.0 175000.0
175000.0 150000.0

150000.0 125000.0
125000.0
100000.0 100000.0
75000.0 75000.0
50000.0 50000.0
25000.0 25000.0
0.0 0.0
0.000 0.100 0.200 0.300 0.400 0.500 0.600 0.700 0.800 0.000 0.100 0.200 0.300 0.400 0.500 0.600 0.700 0.800
Concentration of hexaconazole (pg/ml)

y =327611.9110x - 7760.6966

o
y = 289828.6478x - 5105.4497 R*=0.9976

R*=0.9990

Peak area (Hz*s)
Peak area (Hz*s)

Concentration of tetraconazole (ug/ml)

(m) (9)

propiconazole

250000.0 120000.0 difenoconazole

200000.0 100000.0

80000.0
150000.0

60000.0
y=212962.2304x - 6113.1386

100000.0
R*=0.9995

y=78108.4731x - 6867.6640
R*=0.9954

40000.0

Peak area (Hz*s)
Peak area (Hz*s)

sl 20000.0

0.0 0.0
0.000 0.200 0.400 0.600 0.800 1.000 1.200 1.400 0.000 0.200 0.400 0.600 0.800 1.000 1.200 1.400 1.600

Concentration of propiconazole (pg/ml) Concentration of difenoconazole (pug/ml)

A7 2 AT uEURSIUEIETUIRTEIUNGY triazole

n) tetraconazole ) hexaconazole @) propiconazole Wag 3) difenoconazole
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8.3.2) 5719@0ULN /ANl udunse (range/linearity) Y8935 nndau

NANTIAN®YI range y09a1591 4 winUszneulufe tetraconazole hexaconazole
propiconazole uaz difenoconazole 3iA1 R? 8g5¥1319 0.9950 4 0.9952 drunanisfiny linearity o
MnNsAne1@1598n tetraconazole Tug193e1ie 0.0050 54 0.3617 Taansumenlaniu hexaconazole
Tug29381319 0.0051 81 0.3697 Haansusanlansy propiconazole Tut195¥1119 0.0104 §9 0.7460
fadnsunenlansu way difenoconazole Tug19581119 0.0127 69 0.9179 Jadnsusenlansu wa
M3ANY range waz linearity WaAIRanIng 3 wazn il 4 mud1du Fawan1sdnw linearity lénanas

NARDINHIULNUNNTEBUSUAT coefficient of determination (R?) Tae R? fiA1u1nnI1 0.995

(n) tetraconazole (¥) hexaconazole
50000 100000 1
— - _ ~ = 153586.6958x - 1246.1929
P 40000 y = 7T7726.7633x - 498.5037 ': 80000 - y :
N R? = 0.9951 o RF#0.9952
o= 60000 A
g
‘5 ©
40000 A1
a & 20000 A
0 < T T T 1 0 4 T T T 1
0.00 0.10 0.20 0.30 0.40 0.00 0.10 0.20 0.30 0.40
Concentration of tetraconazole (pg/g) Concentration of hexaconazole (ug/g)
(@) ) ()
propiconazole difenoconazole
250000 250000
= y = 164488.2747x - 5458.1354
% 200000 y = 168296.1376x - 2792.5999 %1 200000 ey
* - 8
¥ R? = 0.9950 &
< 150000 ® 150000
& 100000
Py
a 50000

0 = T T T 1 0 =

0.00 020 040 060  0.80 000 020 040 060 080 1.00
Concentration of propiconazole (ug/g) Concentration of difenoconazole (pg/g)

ATl 3 AnUddunsweINsAne range YOIETNINTFIUNGY triazole

n) tetraconazole %) hexaconazole A) propiconazole &g 1) difenoconazole
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—~
>
<
—~
2
~

tetraconazole hexaconazole
50000 100000
N y = 64137.6674x - 250.0539 %
w * =
¥ 40000 — 50000 y = 129352.9625x - 452.2758
\E 30000 p 60000 R2 = 0.9968
S -
© 20000 ~ 40000
w 3
9 10000 S 20000
0 0
0.00 010 020 030 0.40 0.50 000 010 020 030 040 0.50
Concentration of tetraconazole (ug/g) Concentration of hexaconazole (ug/g)
(A) propiconazole () difenoconazole
250000 ~ 250000
s < x = 149608.5664x - 4478.8580
- y = 148045x + 833.34 N 200000 y X
N R? = 0.9953 = R2 = 0.9955
< 150000 § 150000
m©
£ 100000 X 100000
©
A jJ)
S 50000 S 50000
Q.
0 0
0.00 020 040 060 080 1.00 0.00 020 0.40 0.60 0.80 1.00
Concentration of propiconazole (ug/g) Concentration of difenoconazole (ug/g)

A 4 auludunswesnsfing linearity Ua3a130IRIIUNGY triazole

n) tetraconazole %) hexaconazole A) propiconazole Wag §) difenoconazole

wanANUUlAiIN1TANBINITNAEDUAINITAUNGU (%recovery) TARUUALNTINTS
gausuANsAunaueglugie 70-120 1Wesidud lneviins spiked ansunsgiuiie 4 vlia Usgnaume
tetraconazole hexaconazole propiconazole wag difenoconazole aslusiogrsnunsielilaning

WY 0.0100 0.0103 0.0207 waz 0.0255 Aadnsumanlansy MUa1AU 9819808 3 91 BIN1SANAAIY

] [
a o =

FiiauTuun a9l esiienies GC-ECD ihdeyaiildainnisduiumelusunsuves GC an
M EaRfiafiansanAnsAundy nuirdededléfe 0.0082 fadnsuseAlansu 0.0112 fadnsy
menlansu 0.0235 Jadnsusenlaniy wag 0.0269 Jadnsuseilaniu muaisu AnduSovavaesnsu
NAaUd11TU tetraconazole hexaconazole propiconazole Wag difenoconazole As 82 109 113 wa

106 LWoslus uasu Feeinuinugin1susediulugng 70-120 wWoasidusd (A 5)
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AN 5 nansfnyUsEdnSamnisainansiinsgIungy triazole TuAunsey

Recovery (%)

120 ~
100
80 A
60 -

tetraconazole

PIEAINAFDUAINITAUNGU (%recovery)

8.3.3) AIUQNABY (accuracy)

hexaconazole

Pesticides

109 113 106
0 I

propiconazole difenoconazole

limaaouAMaNYAZIaNI1ZYBIITILATIEN (Performance analytical characteristics

of method) laln Augnsias (accuracy) naaes 7 41 TuudazseAuaududy naaeu reagent blank

wag fortified sample A1NATANAUIVU 1ne spiked d713U79937U tetraconazole hexaconazole

propiconazole way difenoconazole aslulufunsellanaududy Nseau M1 natsuazge innsana

Y aad o X 1Y a ¢ v a = ! P = Y]
AIYITNWRUIYUNT LA IFTIAIILATIENAIYLATDI GC-ECD Wan1TANWINUIN 1®ﬂ7ﬂqi?‘]Uﬂa‘U (%recovery)

ogluaa 72-113 Wesldus deoglurranusiniseeniuil 70-120 Wesldus (SANTE/11813, 2017) uay

%RSD Tioandn 22 Wesidus (AOAC, 2016) NAMIANHILAAINIANTINT 5

M15199 5 A1 %recovery Wag %RSD 31NN15ANY1 A1MQNABY (accuracy)¥oda1s i wylia

tetraconazole hexaconazole propiconazole Wag difenoconazole Tu@uns1y A4

WNTUSEAU 61 NATNLAZEN

Spiked level (mgrke)

o low medium high
Pesticides
Conc.  %recovery %RSD  Conc. wrecovery  %RSD Conc. wrecovery  %RSD
(n=7) (n=7) (n=7)
tetraconazole 0.0100 82 10 0.1206 74 7 0.2411 82 6
hexaconazole 0.0103 109 0.1232 72 0.3697 87
propiconazole 0.0207 113 0.2487 84 10 0.7460 82 12
difenoconazole 0.0255 106 0.1530 88 7 0.6119 95 10
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8.3.4) Yn11AN150 53979 (limit of detection, LOD)

HaN1INAADU sample blank wag fortified sample f18n1T spike GUEFMLPEREY
tetraconazole hexaconazole propiconazole W@ difenoconazole fianundudus (0.005 0.005
0.010 1a£0.013 fadnsuroAlany) $7uu 7 91 LAIILATIZH LOD 971 Signal to Noise Ratio; S/N
Ratio fwiuaAIN1sEausun15ns793n S/N Ratio wnndiviewiiu 3 nudiennududusananawnse

P9I ABAzIA1 S/N Ratio 41nN31 3 (A15199 6)

8.3.5) RN 13R 5 TALTUSIU (limit of quantitation, LOQ)
NaN1INAEOU sample blank way fortified sample 9198991NANULTNTUVDIAT
1139514 tetraconazole hexaconazole propiconazole Wag difenoconazole fsziulndisavden
N1 10 S/N Ratio #1813 spike @sumsgiuiiannandudu 0.01 0.01 0.02 waz 0.03 fadniuredlandy
AU $1UAU 7 91 INMTUTLUAINYNABY (accuracy) WUIHANTANYINIWNUIIN1THBNSUAT

f < 2

% recovery 70-120 wWosi¥ud (SANTE/11813, 2017) uag %RSD eenin 22 wWasidus (AOAC, 2016)
AN5197 5 Fedene LOQ ¥84&195 tetraconazole hexaconazole propiconazole Wag difenoconazole

WwinAu 0.01 0.01 0.02 wag 0.03 Tadnsumeilansy AIUa1RU

AN57391 6 A1 limit of detection (LOD) wae limit of quantitation (LOQ) vaIaNAdUA1TNY

tetraconazole hexaconazole propiconazole tag difenoconazole TuAuns ey

LOD LOQ
Pesticide
conc. (mg/kg)  S/N>3  conc. (mg/kg)  S/N>10
tetraconazole 0.005 7.0 0.01 46.2
hexaconazole 0.005 12.3 0.01 62.2
propiconazole 0.010 8.5 0.02 48.1
difenoconazole 0.013 8.0 0.03 33.2

8.3.7) Reproducibility

HANIINAADUAMANYMZIANIEYOITIATIET AT IuUUN T eLasAumilen laun

¥
=3

accuracy lagviIn1IvAaed 7 91 laenndau reagent blank wag fortified sample AuATNNMUITU
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spiked @1514195§1U 4 via UsgnaURIY tetraconazole hexaconazole propiconazole wa g
difenoconazole adlulufusiutunsiouaziumisn Wldanududuiisedu LOD uay LOQ vesiu
y518 WofigadnirinnismsainvesisuardadianisasieadeUsuna Ifegagnieasiugt udvh
nsafadeIEivauTuLn asa9inszidisnies GCECD nan1sAnwmudn Wan1saundu (%
recovery) 0gluta3 82-88 1Wosidud way 73-102 Wosiiud dmiuAusiulunsieuazfivinien
pudiy Feogluthanasinseensuil 70-120 Wesldusd (SANTE/11813, 2017) waz %RSD Teunin 22

Woasidus (AOAC, 2016) HANISANWILAAIRINIGTIN 7

AN 7 A7 %recovery Lag %RSD 91AN15AN®YY trueness way precision ¥94@1357 % tetraconazole

hexaconazole propiconazole Wag difenoconazole Tufusiulunseuazaumien

Spiked at LOQ level (mg/ke)
Pesticides sandy loam clay
Conc. %recovery %RSD Conc. %recovery %RSD
(n=7) (n=7)
tetraconazole 0.0100 88 4 0.0100 82 3
hexaconazole 0.0103 82 17 0.0103 73 10
propiconazole 0.0207 82 11 0.0207 102 14
difenoconazole 0.0255 86 13 0.0255 102 15

limit of detection (LOD) wag limit of quantitation (LOQ) ¥0435NA@BUAITNY
tetraconazole hexaconazole propiconazole la difenoconazole Tufusiuluns18LazAUNle?
asudoyaldfaniaad 8 uay 9 mudIRy wazagua LOD uay LOQ vasisnadeulufurisauiings
5197 10 o3 udaansadnlinsedinsest tetraconazole hexaconazole propiconazole

wag difenoconazole TufiusInUunewazAumieInseau LOQ lalnuiinrugnasuiugn

971971 8 A1 limit of detection (LOD) @z limit of quantitation (LOQ) el Snadeuasiy

tetraconazole hexaconazole propiconazole uag difenoconazole Tufusautunse

LOD LOQ
Pesticide
conc. (mg/kg)  S/N>3  conc. (mg/kg)  S/N>10
tetraconazole 0.005 7.5 0.01 13.5
hexaconazole 0.005 10.7 0.01 18.4
propiconazole 0.010 9.5 0.02 15.2
difenoconazole 0.013 6.3 0.03 16.2
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37371 9 A1 limit of detection (LOD) wae limit of quantitation (LOQ) Tesisnaaeuansiiy

tetraconazole hexaconazole propiconazole Way difenoconazole TuRutniie

LOD LOQ
Pesticide
Conc. (mgrkg)  S/N>3  Conc. (mg/kg)  S/N>10
tetraconazole 0.005 4.5 0.01 16.5
hexaconazole 0.005 3.4 0.01 16.6
propiconazole 0.010 3.3 0.02 20.2
difenoconazole 0.013 4.8 0.03 19.4

A137971 10 @3UA1 limit of detection (LOD) wae limit of quantitation (LOQ) ¥esidnaaeUaNTAY
tetraconazole hexaconazole propiconazole wag difenoconazole Tufunsy AusIUUY

71978 WALAULNTE?

Limit of detection (mg/kg) | Limit of quantitation (mg/kg)
Pesticides
sand  sandy loam clay sand sandy loam clay
tetraconazole 0.005 0.01
hexaconazole 0.005 0.01
propiconazole 0.010 0.02
difenoconazole 0.013 0.03

9. a'a;'tJwamwmamuaz%’mauauuz

PMNNMSTHRILILaEATI9geUANULTlAve9IR AT L@ TR YANANY tetraconazole hexaconazole
propiconazole Wag difenoconazole Tufunse a@finaae7s acetonitrile a2 clean up A2y SPE wiln
VertiPak PSA/Carbograph wagns29ias1zsidemadia GC-ECD Hu Tuanishnmevidiiaugnios
wiug1as 9InN15UsEIlY accuracy @ %recovery Winiu 72-113 WWaslHus uag %RSD Wiy 6-12
wWesidua lnva9n1sideuvesansite tetraconazole Aanuduidunsalugaesening 0.0100 fie 0.2411
fadnsunanlaniu hexaconazole Tut9581i19 0.0103 §4 0.3697 adnsuneilansu propiconazole
Tu229921319 0.0207 619 0.7460 Haansumenlansy way difenoconazole Tud19581i19 0.0255 fs
0.6119 fadnsumenilandu A1 LOD winAu 0.005 0.005 0.010 waz 0.013 fadnsusenlansy wagan

] £%
a o

LOQ ¥i1fu 0.01 0.01 0.02 kaz 0.03 Jaansusanlansy Aua1au FISANMUIIUL d@ru1saunluly
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MT797LAT1EY tetraconazole hexaconazole propiconazole wag difenoconazole TuAusIUUUNTIY

wagAumileanseau LOQ lalagdianugnasausiugisialy

10. n1suasuIelUlduselewl

1. viesUfURnnsnguanuivenansznuanmslaingiivnsinuesilUladuisnsnsaieszi
a15NYINANNGY triazole Tudag1eAu

LY

2. weunIsMITIiawRulUgmiaaU JURn1senee vemiisnuvesigkasienyuiiieItes

3. \Hudeyaatuayuanided mivinidensodineidesiunisiduasivandangy triazole Tu

AWINADNUTUNBATATTUNUNDU 9

11. A1vaUAM

o

YovouAminIneImans dnivimsineasuazimihfingusuidenansenuainnsldingiie
nainumsnauiidiuisdoddunuiseilvilrmuideidigaadisllimed
12. 1@na1591989
drinauauNlarTanNINERs. 2562. Toyaadan1suiningeunsIenNNITNERs NTIIVINITNLYAT
NIENTINNEATUAZENNTAL. 15 luieu 2563. [Available online:
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AOAC. 2016. Organochlorine and Organophosphorus Pesticide. Official Method 970.52. General

Multiresidue Method, 11p.

Cheng Y., F. Dong, X. Liu, J. Xu, J. Li, X. Chen, Y. Li, X. Wu, and Y. Zheng. 2013. Stereoselective
separation and determination of the triazole fungicide propiconazole in water, soil, and

grape by normal phase HPLC. Analytical Methods. 5. 755-761.

Eurachem. 2014. Eurachem Guide: The Fitness for Purpose of Analytical Methods — A Laboratory
Guide to Method Validation and Related Topics, (2" ed. 2014). ISBN 978-91-87461-59-0.
70p. Available online: https://www.eurachem.org/images/

stories/Guides/pdf/MV_guide_2nd_ed_EN.pdf (25 Mar, 2020).

22


http://www.doa.go.th/ard/?page_id=386
https://www.eurachem.org/images/%20stories/Guides/pdf/MV_guide_2nd_ed_EN.pdf
https://www.eurachem.org/images/%20stories/Guides/pdf/MV_guide_2nd_ed_EN.pdf

Farajzadeha M. A, M. R. A. Mogaddam, and H. Ghorbanpour 2014. Development of a new
microextraction method based on elevated temperature dispersive liquid-liquid
microextraction for determination of triazole pesticides residues in honey by gas
chromatography-nitrogen phosphorus detection. Journal of Chromatography A. 1347.

8-16.

Li Y., F. Dong, X. Liu, J. Xu, J. Li, Z. Kong, X. Chen, X. Liang, and Y. Zheng. 2012. Simultaneous
enantioselective determination of triazole fungicides in soil and water by chiral liquid
chromatography/tandem mass spectrometry. Journal of Chromatography A. 1224. 51—
60.

PPDB. 2020. Pesticide Properties DataBase, University of Herfordshire. 10 figueu 2563.

[Available online: https://sitem.herts.ac.uk/aeru/ppdb/en/Reports/]

Pubchem. 2020. lassasneluianaansngyl triazole. 1 NUATMUS 2564. [Available online:
https://pubchem.ncbi.nlm.nih.gov/]

SANTE/11813. 2017. Guidance document on analytical quality control and method validation
procedures for pesticide residues and analysis in food and feed. 21-22 November 2017
rev.0, 5 NUANUS 2564. [Available online:
https://ec.europa.eu/food/sites/food/files/plant/docs/pesticides mrl_guidelines wrkdo

c 2017-11813.pdf]

Tang T., K. Qian, T. Shi, F. Wang, J. Li, and Y. Cao. 2010. Determination of triazole fungicides in
environmental water samples by high performance liquid chromatography with cloud
point extraction using polyethylene glycol 600 monooleate. Analytica Chimica Acta.

680. 26-31.

Xue J.,, X. Chen, W. Jiang, F. Liu, and H. Li. 2015. Rapid and sensitive analysis of nine fungicide
residues in chrysanthemum by matrix extraction-vortex-assisted dispersive liquid-liquid

microextraction. Journal of Chromatography B. 975. 9-17.

23


https://sitem.herts.ac.uk/aeru/ppdb/en/Reports/
https://pubchem.ncbi.nlm.nih.gov/

13. a1AKUIN

1. dayanisidianstesiunazinde

M5N9 1 USinauazyarinmsdidiansdesiuuazidalsaivy ngu triazole

o w

AMARNUIN N

LsAity Ny triazole

v Foanityy Ysua (hn) | gamn () asdAgy (nn.)
1 hexaconazole 512,941 54,014,990 45,387
2 difenoconazole 425,200 1,726,139,154 394,245
3 propiconazole 375,010 729,829,613 341,997
4 tetraconazole 16,640 3,831,048 666

1 : drdneuauiivuaziannisinens (2562)

2. “i’faiﬂa Ecotoxicological data “Uaamiﬂﬁju triazole

71571971 2 A1 LD50, DT50, LC50 ay Solubility in water 48381904l triazole

FHoan Toy Mammals- Acute Soil degradation (DT) Fish - Acute 96 hr. Solubility In
oral (Rat) (Rainbow trout) water at (20°C)
LD50 (DT50) typically (DT50) field (LC50)
(mg/kg) (days) (days) (mg/L) (mg/L)
difenoconazole 1453 moderate 130 persistent 85 moderate 1.1 moderate 15.0 low
hexaconazole 2189 low 122 persistent 225 persistent 3.4 moderate 18 low

propiconazole

550 moderate

71.8 moderate

35.2

moderate

2.6 moderate

150 moderate

tetraconazole

1031 moderate

61 moderate

430 very

persistent

4.3 Moderate

156.6 moderate

‘ﬁm : Pesticide Properties DataBase, University of Herfordshire (PPDB, 2020)

24




NARNUIN U

1. MIAINAMULTNIUYBIATUINTF U (stock standard solution)

1%

ANULUTUVRIATUINTEIU (ug/mL) = U APIFa (mg) x ANNUTENTVD9ENT (%) X 10°

USunmsfiwen (mlL) x 100
2. NMSAUIUANUINTIY intermediate standard solution
N1V1 = Nz\/z

Toedl N, = ANUUNTUVDENTISUAU (g/mL)
N, = ANULULTUURIESALA (ug/mL)
V,; = USU1M5U09815 S uaunTiunan (mL)

V, = USunsgavinevesansiesey (mL)

3. ANIANNANTUINTIIULENBBNAINARBENL Retention time (tp) JLASI8YiAE GC-ECD

A15199 3 Retention time ¥89@154AaLTUATLINDBNAIINADAUINILNTIATILIIN Y GC-ECD

Pesticides Retention time (tg)
(min)
tetraconazole 12.560
hexaconazole 15.574
propiconazole 19.405
difenoconazole 32.525
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