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5. UNANED

nMsiaukazaTaeuauldlavesisinsgiasasiivandsludu nslnalrawsldinaiia
GC-MS/MS wazngl@iun THmaiia LC-MS/MS wuin F37dnuuasisatnniuisves Borjesson et al.
(2000) Tngannasarsazarunsnlalasaassnuay clean up fe SPE vl ion exchange resin liinanas
yaaouaglunmusinisseusy Tagidevhnmveaeumiuusiu Annsunfesagnslinduiuiaisveansis
ansviinoglutiedosas 86-100 way 73-82 Afesavdrudsauunasgduimsvesinaliiaenuazng
Wawanveglutisdosay 11-13 uay 3-14 dwsudnanududunssdmivlnalvawnuaznglndiue

a

wu31 Wigasanududunsseglugisrnududu 0.005-0.20 Tadnsuseilansy way 0.01-1.0 fadniu
sonlansu lnglvian Famduusednsanduiusuinndt 0.995 Jndinvesn13nsIaTa (LOD) Inalwaiws
wazngli@iumingu 0.02 way 0.05 adnsusieilansy uazlindinn1snsiaialelsua (LOQ) vedlna

Iawawazngln@iunviiiu 0.05 ua 0.10 dadinsuseilansy mua1du

Abstract

The research studies and developed to determine glyphosate and glufosinate in
oranges. This methods involved derivatisation by GC-MS/MS and LC-MS/MS. The results
performed acceptance criteria. Accuracy and precision were 86-100% and 11-13 %RSD for
glyphosate same as glufosinate, accuracy and precision were 73-82% and 3-14 %RSD. Under the

optimized conditions, linearity of this method were obtained the correlation coefficients (R?)



greater than 0.995. For both compounds showed the limit of detection (LOD) were 0.02 and
0.05 mg/kg. The limits of quantitation (LOQ) in this experiment were 0.05 and 0.10 mg/ks,

respectively.

Keywords: method validation, glyphosate, glufosinate

6. AN
o A A o ! = o a &

Fyiwduindulyuidrdyegrmisiifortestuinasusia inunsnssndudeadeia
Arl#ans nan wazussulumssndataiy tagtuisdeldasnaiimdafefietsaanuuuniude ity
15u90n (early post emergence) WukUURBWIaN (pre emergence) Nuwdaiufivsen (post emergence)
w3enunoun15UanNitY (pre planting) udu lnalvan (slyphosate) dneglungu Glycine fgnsluiana
CHgNOsP waluanawindu 169.07 eadniseundelanduunliedlunguainudufivies Class I
(Slightly hazardous) A1 LDsy (wmﬁﬁﬂﬁuwmaaqmaﬁi’wmu%faaaz 50) 41nA31 2,000 Aadnsuse
dhaniinsdninnass 1 Alandu (World Health Organization, 2019) elyphosate \uansiinufiveila
Lidenyianey aaﬂqwéam%mimmmiaLﬂﬁaué’waiﬂmwuﬁaum q Tavnavies s vedidssivesiiy
wsenmslu Fudhgnnle Lﬁammaummmgﬂ%ﬁaaaumﬂﬁumaumﬁmléfﬁ slyphosate aaﬂqw‘ﬁgé’ug’a
N3 uvesoulysl EPSP synthase d@snananssuauni1sdaasiginsnesilunelsuu@n (aromatic
amino acid) Asndusionisdanseilusiudio (a3, 2559) dmsunglidiun (glufosinate) sinagflu
sursindouaulanien (ammonium salt) iissrnazaenildie azmndonagndy glufosinate fnag
lunduans Phosphinic acid fignslanana CsHNO.P walnanawinty 181.13 Squiiirdudinisadie
wulesl glutamine synthetase (GS) Faduweulusindniiisidostunisdunsizsinsnesilungmniiu
(slutamine) lngasliiianisasrswenlulonasanluiy dswanon1sdaunsizinas glufosinate §
aaudRiluansuszanduda Jsaglindoudrelufia donuluudrarsezluvhansanizqaiivg N5

q

A ' | Aaa o vy g Y & = I3 o
Wyazrrunislulazdiuniidilen aanedlasiluaninuwinden (WA, 2559) osAn1sounsislan

Ao 2N LD

wunbieglunguanudufivuiunans Class Il (Moderately Hazardous) A1 LDs, (vuinfivilinymaaes
AN891UIUSBEAaY 50) 41nN31 2,000 Hadansudeuivunsldninaasy 1 Alansy World Health

Organization, 2019)

o) 0 ) )
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glyphosate glufosinate

A 1 gnslAsea3naTes glyphosate wae glufosinate



lunmsnsWauMISinsgiasivanAvaunsaldisinseilanateds Jedndufosmnds
Ansgifinyanfuriavesansfivhnmansalienet saiaTangunsal asafiuasedosilefifoglu
WU URANNT NuaIduansivanas lodeniisn1snsiadiasent glyphosate AaituInTgIuYes
US EPA Method 547 (1990) Ine3idananildia3as High Performance Liquid Chromatograph (HPLC)

ARONIU post-column NeuATIIATIERIeTInTI9TATTa Fluoresence (FLD) pgnslsinnu ugiinag

] £
=

aunsaunganauUsuldlatuinsesenilogualuiosufuninisld willosan3simsenil

Uu3s
wesguildiusnun Sniiduneuiitudenlunissieuedete tuneuvenseseuasiadidmsuri
derivatization ¥ilsAeudndldinanlumsliasest dafu ilelmdulumuinguszasdvosnaidiy
AuaInsaveiesUinig JaimunitnsainneilaslfiedesdleNiussansnwgs 1wy GC-MS/MS
vi3o LC-MS/MS lmunzauifusesufoinsitannsaufohnuliewazsinsibetudeld
7. 35aduns
7.1 aunsal

7.1.1 w3esiloluiesUfiins Iéun wdestslihmuasdoanailon 2 uag 5 sumis Akunns
HOUTIEULAT AUYFI0874 (freezer) \n3estuiegn (food processer) lslasthun (auto pipette) 1ua 10-
100, 20-200, 100-1000, 500-5,000 lulAsans uag 1-10 HaddnT ANLAITABUTIEULE ATDIUWIE
ANAZNBY (centrifuge) A3 BINANFIBENIENT (vortex mixer) \A3a95EiMEin (evaporator) 1A3e3danT e
7in (ultrasonic bath) w3eathlulnsiau (N, evaporator)

7.1.2 \n3eauiluriesl foAns oin vaondmdumusmies (centrifuge tube) YU 15 LAy 50
Haaans nioueUn nzuonnig (cylinder) Untnas (beaker) MInUSUUIIRS (volumetric flask) wiasanen
@13 (dropper) BaoAAAY" (syring) WUIA 10 LadanT Lazsinseulla PTFE (PTFE syring filter) au1a 0.2
wae 0.45 lulasiuns mInussgans (vial) Usunns 15 1adans wayyinussgans (auto samplerl) Usuns 1.5
Lanans

7.1.3 1030999993 AT Ingiifiy Gas Chromatograph Tandem Mass Spectrometer (GC-MS/MS)
wazmadut HP5-MS vuausAugnans 250 lulasung anuend 15 wes wndeuildumvn 0.25 lilasns

7.1.4 1A59IM51991AT18A TR0l A Y Liquid Chromatograph Tandem Mass Spectrometer

q

a a

(LC-MS/MS) wazaoaul HILIC Column 2.1 fadiuns A11e17 150 daains
7.2 @sadl
7.2.1 @130191931U glyphosate wag glufosinate
722 mimﬁmmuﬁangﬂami 1Aun acetonitrile (CHsCN) vfia HPLC grade, formic acid
(CH,0,), ammonium formate, ethyl acetate (C;HzO,) ¥ @ HPLC grade, methanol (CH5OH) ¥ i a
HPLC grade, water (H,0) wiin HPLC grade Wag Hydrochloric acid
7.3 35013

7.3.1 wssnansunsguiltlunisnaaeunuldlavesis



7.3.1.1 LG}’%EJaJmimmjm stock standard solution ¥84&@13 glyphosate Lag glufosinate
TnelfiadessliiheuasBeametion 5 sumds Sensinmsg Wdhwanussana 10 Sadnsu adly
volumetric flask ¥un 10 03303 wagiAosaraLUIaNsV0sEs (% purity) snAImNdUel
Huthmnuesansfiuriase Imaﬁszé’mmmm%’m%’uagﬁ 1,000 lalasnSusaliadans

7.3.1.2 W38uaNazagi1nsgIu intermediate standard solution lnglw3gnainansazae
stock standard solution 9n%8 1.1 Wilamnududu 100 lulasnsuseliadans

73.13 W38UAITaLA8UINITFIU working standard solution Ta8LATEUIINES
intermediate standard solution 904 7.3.1.2 fisgduarmdudunuidesnisldenu léud 0.005 0.01
0.02 0.05 0.10 wae 0.20 lulasniusiofiadans wiolddmuadrensmunnssu (calibration curve)

7.3.2 Anwannzfinzauveuaioafiodmiumansaiinget analeseiaisi 2 vie

MENATA GC-MS/MS wag LC-MS/MS @NNIZMLNSELUDS WEAIAINITIN 1 WAy 2

A9 1 ANTMENIUTONAI T GC-MS/MS dmSURTINIATIZ1ENT glyphosate

GC System Agilent Technologies 78908

Column: HP-5MS Ul 15 m x 0.25 mm x 0.25 pm
Gas flow: 1.7 mL/min (constant flow mode)
Carrier gas: Helium

Inject volume: 10 pL

GC inlet: Set point Temperature: 260 (°C)
Mode: Splitless
Post run: 280 (°C)
GC Oven: Initial Temperature: 70 (°C)
Post run: 280 (°C)
Rate Final Temperature Hold Time Total Time
(°C/min) (°O) (min) (min)
70 2
15 160 0
20 200 0
30 280 3 25
MSD Agilent 7000 GC Triple Quadrupole
Mass
carameter: Compound Precursor ion Product ion Dwell CE (V)
glyphosate 511 384 10 15

511 411 10 15




AT 2 AN1ENITINUTOUATEI LC-MS/MS d1m5UnT197LAT139aT glufosinate

Column: Hilic 3 um 100 A (2.1x150 mm)

Temperature (°C): 45 °C

Mobil phase A: 100 mM ammonium formate in water+ 1% formic acid
Mobil phase B: acetonitrile

Inject volume: 10 pL

Total run time: 15.00 min

Elution gradient Time (min) Flow rate (mL/min) Mobile phase A Mobile phase B

2 0.3 5 95
0.3 95 5
9 0.3 95 5
12 0.3 5 95
15 0.3 5 95
lon source: ESI
Source parameter:  Gas temp (°C): 300

Gas flow (Umin): 11
Nebulizer (psi): 60

Capillary (V): 3500
Mass parameter: Compound ~ Precursor ion Product ion Dwell  CE (V)
glufosinate 180 63 70 66
180 85 70 24
180 136 70 22

7.3.3 Npdeuitatnfiogns Anwmndsataiimuizandmiunisinsgiians elyphosate way
glufosinate Tudy n1snUsEAnSamueisimmeiatnsafigauanuwiu (accuracy) 3nNsUsEIdueT
Fowaznistanaudu (%recovery) Ingnisiisansazateninsgiuasiuiiogredy lianududuly
fheghaiiu 0.10 fadnsudenlandy afnsets 3 81 Wisuiflsudsnsatniededy fil

7.3.3.1 nM3afnde3s Anastassides et al. (2020) Juseesdudslulasiaumad (liquid
nitrogen) ez domduiiomeafu dasaog1s 1020.1 nfa aslumaen centrifuge vum 50 1adans
nianfindaazats 1% formic acid finayly methanol Usunas 10 fadans wehunu 1 undl thedns

aananaly centrifuge 1A211L572 4,000 sausou? Wutiai 5 w1l nsesansavarvdiulanu filter



membrane U1 0.45 luasou aslu auto sampler u1n 1.5 Jadans Usuins 1 Jadans urld
IAEImUsInaE sieanAsaely

7.3.3.2 M13anee3s Chamkasem et al. (2015) Jushegedusielulnsiauman (liquid
nitrogen) Tazidonduiiowfoatu Faiiegns 5£0.05 n5u aslunasn centrifuge WA 50 Jadans
nduinansaratonds methanol Usu1as 10 Hadans weruiu 10 wadl dakiedredananaly
centrifuge finui5 3,000 seuseundt WWunan 5 wift newthansazanesetsiinailvatalaenii
wiaveudslagly SPE nsesa1sazaisdiulaniu filter membrane vu1a 0.20 luAseu aslu auto
sampler aun 1.5 fadans Ysuias 1 Sedans ihlviengvmusunaasivanassioly

7.3.3.3 n15afn#a833 Borjesson et al. (2020) Yusregredudglulnsauman (liquid
nitrogen) Wazidomduidowertu Faietns 5£0.05 n$u aslunaon centrifuge UM 50 UAAANT
PntudutU3nes 10 fadans weuu 1 Wit disheteiinanily centrifuge 7iAMUL57 4,000 58U
saundl uiu 10 wnil Thelneiutiuazansazatensn HCL Amududu 0.2 Juans Usuas 10 fdadns
U3U pH antuthansavanesegeianaaluatnlnenulavesudslneld SPE (ion exchange resin) 1d
asazaufiegny Usung 9 fadans waiinansazaiunsa HCL anuaudy 6 luans Usuns 3 Jaddns
g1 2 ase thlssmeauui wdufinansavanerauvetn methanol waznsa HCL Usuas 2 fiadans vh
derivertisation n§santuLinaisazans ethyl acetate U51105 2 Hiaddns nyesansazalgnu filter
membrane 9u1n 0.2 luasou aslu auto sampler WU1a 1.5 fadans neuliluasignnivsuieu
asiwnnAenaly

7.3.4 syaeuadldldve et nadeuwarUstiliuasng Mierdesdmsunsinnesi

7.3.4.1 Y2semuidudunss (inearity) uaztamsldan (range) Il suasazatoumsg i
seuamududusing 4 9nduadianainlinnssu (calibration curve) seuinsiudléfiedildainnisnie
FAT199 (response) wazALTUTUYDIEI5 glyphosate waz slufosinate Tvn3 o FeA1duUsyans
andusius (coefficient of determination; R?) filsiinnswiidunss doseglunmsidiimua R > 0.995

7.3.4.2 AULAIY (acuraacy)

1) Wun1sasiadeusesaznslanaudu (% recovery) lnaldinaaiiinunaes
vioa foAnsluannineglsy (SANTE/11813, 2017) fie ez 70-120 mnududuifiasléyng d
Fewiuinasinisseuiudingn Tagvinmsifuarsunssuaduiiegisduianududu 3 sedu A
Wuduag 10 91
2) Arniies (precision) TesnFiaseien Wumsinaruwiuse e tng

HANAN1TILATIEI % recovery MA1F e arduL sl uNIATFIUEUR NS (relative standard
deviation, %RSD) LNEUMINSEEUSUVBN precision Av H %RSD Heen11msavnfy 20 (SANTE/11813, 2017)

wenanilauisaussliuniseansvannnisUisuiisuainawaulaaInaunis Horwitz’s equation



9 %RSD fasiiAtieuninan Predicted Horwitz RSD Tngiiinausinnseessuaes HORRAT tiaeninwsewiniu
2 (AOAC, 2002)

7.3.4.3 YA3AAN15N150599TAL89US U (Limit of Quantitation, LOQ) 1un1sAn®IAI1Y

1% ¥ (I7

N TUAgAYeIaslufeg19a1u150n TR USuala Tnedl accuracy way precision faglu

9

o A

seaunigeuiule naaeulngmsifuarsazarsunsgiuaslumeg ndunseAuamududumannaunse
ATl YINInaaey 10 971 AU %recovery kar %RSD miilanasegluinaeieensu waznian

a |

Lﬁmwummgm (standard deviation, SD) Usztiiuan LOQ AU 10xSD (Eurachem, 2014)

7.3.4.4 Yadinn3n3ainlevedidiasizit (Limit of detection, LOD) un1sfinwiainy
Wuduingavesansludaegaianunsonsiaiald Inglidnududesil accuracy nageulngnisifu
asavaneannspiuadlufessdufisgduanududumaniiannsoiinsesdld vhnimmeaeu 10 41w
A1 SD UszidiuA LOD winfu 3xSD (Eurachem, 2014) anuidududsnaniinaaausia 10 ass daad

fya10un53m signal to noise ratio (S/N) > 3 sagiiodnduen LOD 10433

- aLazEnuUn

JTULLIAT AaAL 2561 - NMUgIeY 2563
anuiiduiumeass viesUdRnisndunudduasiivande nguideingiiiunisinuns
NBINAUITIIYNITNAANIINITNYAT
8. NANINAADILAZIITA!

8.1 nan1sAnEIanzTiLzanlun1InsI9RsIzi elyphosate way slufosinate fewAdia
GC-MS/MS wag LC-MS/MS Tagnisindsuansazatennnsgiu fAeanududu 0.10 lulasniudeiadans
WU glyphosate @un5aaT193LATIElAMBImMALlA GC-MS/MS lasilAn retention time AU 7.73
und sy glufosinate s wudnllannsansaadinsiddaemaiin GC-MS/MS wWuieafiu elyphosate
¢ Falfasululdatasmaimseilagldmain LCMS/MS nagsuatsazatsunsgiuiiamuduty
ety nuineldannefivunvanlunisnsiadnsient elufosinate fif retention time winfu 5.43

'
= IS

U 18R 52971AT129 glyphosate Aamalla LC-MS/MS Ni@n1igtiganunuans glufosinate Wua

€

o

el (response) N13ATIBATIZREISAINAIURENN InTusdasldszauaududuresasuinsgIu

¥ =

Aoud19ge FraganunsnsuneudyInedlATHILNTUYeY slyphosate 10 n1sldasuinsguid

=b.

[y v

seAuAMNduaguiull aunsailiiianisaneaseduieuvesarsnilunaduiiag seuures

LASBILDALATIEIYINIADIVAINARDNANITATIVNATIZNLS WAAISNEWEIATLINLATY AININA 2



101 |4EITIC MRM (> ) 006.0 02 (ETCNR (70110

: (1a) b (2a) glufosinate

" 1.73 e

: glyphosate

69 695 7 7.05 7.1 7.15 7.2 7.25 7.3 7.35 7.4 7.45 7.5 7.5 7.6 7.65 7.7 7.75 7.8 7.85 7.9 7.95 8 8.05 8.1 8.15 8.2 8.25 83 8.35 84 8 IEEEEEEEREEEEEREERE]
Counts (%) vs. Acquisition Time (min)

% B A 81 A5 82 65 43 8% 84 B 85 8% 4
(%) vs. Cours ). A T i)

Tine i)

(1b) (2b) glyphosate

5.43

glufosinate

Adi 2 é’ﬂwmziﬂimi‘mLmimaamsaxmammgm (1a) glyphosate wae (2a) glufosinate m539
ARTERMEmAtin GC-MS/MS was anyazlATuIlnunIuveIaIsagaIeuInggIu (1b) glufosinateuay
(2b) glyphosate as19itasznmemaiia LC-MS/MS

8.2 nMsnadeudsnsatadiets lnawdsudiauisnisada wWeadadotedudiszduniny
Wudu 0.05 fadndusedlansy fedsiidauuawmiuisues Anastassiades et al. (2020) (QuPPe-PO-
Method version 11) % recovery 44 glufosinate fildiAoudnedn lusiunueinsseusuriesufjianng
3aldmnans@nunITnaasunes Chamkasern et al. (2015) Tnatndeg1sdufisssuainududuning
Wuduiieiu mnnanisnaaeunuin Inadeusinalidesaznisidnduiudinitnnaginisseusy

WULREAY N9la1AnanTunaunisanandslimuizaudedlidaiuisafeaiseanuiaindliegala

dm5uans glyphosate U tataInIdadafnaldasanenlupedud vinlliauisaudswaues

[ [ Y Y a wva = Y v aa [ aa
Ay 10uve9aIs slyphosate aanunlulasuilnsunsuls #esljiinisdslannuuadisainaiuisues

] [

Borjesson et al. (2000) w¥auvialasuannyiilddmivansia 2 vl vimsatasaogsduiissiuaiy
WU 0.05 Hadnsuseilansu wuin glufosinate waz glyphosate ié’%aaazmﬂﬁﬂé’uﬁuLaﬁlaagﬂumq
oAy 72-79 uaz 109-112 mudu fuusadenlditsmnalunmsaseaeunnuldldvedisseld
8.3 M3 lUlAuesIsn19m519ATIEY glyphosate wag glufosinate Tud

Barafinaulainiuizves Borjesson et al. (2000) lnglnalnasldinain GC-MS/MS
waznglridiun 1Hmafda LC-MS/MS Tnadsil

8.3.1 AaALludunse (linearity) Lagy19n15199U (range) YOINITATIANATIER 1N
mﬁﬁﬂwwmmmLﬂuLé’umﬂmsJLm%'smmsaza'lsjmmigmﬁisﬁﬁummL%’m%’usm 5 WU glyphosate 19

a

%29A2 71 D ULEURTINTLAUAINUTUTY 0.005-0.20 TulasnSuraiianans nediAn coefficient of



determination (R?) 1iniu 0.9980 (n il 3) dmsuans glufosinate Trasanuludunsiiseauainy

Wduegd 0.01-1.0 lulasn$usefiaddns coefficient of determination (R?) winffu 0.9994 (A il 4)

Glyphosate - 6 Levels, 6 Levels Used, 6 Points, 6 Points Used, 0 QCs

x10 4 y =46339.934474 * x - 0.804282
R"2 =0.99803118
0.9+ Type:Linear, Origin:lgnore, Weight:1/x

0.8+
0.7+

Responses

0.6
0.5+
0.4+
0.3+
0.2+
0.1+

0

T T
0 0.02 0.04 0.06 0.08 0.1 0.12 0.14 0.16 0.18 0.2
Concentration (ng/ml)

Amd 3 Anududunsswes glyphosate As1a3lASIERMENATA GC-MS/MS

Glufosinate - 5 Levels, 5 Levels Used, 5 Points, 5 Points Used, 0 QCs

x10 4+ y =9598.622744 * x - 92.626384
R"2 = 0.99938665
0.9+ Type:Linear, Origin:Ignore, Weight:None
0.8

0.7+
0.6
0.5
0.4
0.3+
0.2
0.1

04

Responses

T T T T T T T T T T T
0 0.1 0.2 0.3 0.4 0.5 0.6 0.7 0.8 0.9 1

Concentration (ng/ml)

Ad 4 Anuludunseves glufosinate A5IR3ATIERIMEMATA LC-MS/MS
8.3.2 AULLY (accuracy) Tun1suseidiuan accuracy WANSU13N

1) % Recovery @115 glyphosate #15gAUAULTL 0.02 0.05 wag 0.10 Jadansume
Alansu Aududuay 10 91 wudn %recovery agluyia 73-108, 83-110 uay 85-115 ANUARU Uag
%recovery 984 glufosinate N158AUAIUINTY 0.05 0.10 wag 0.50 Aaansumeilansy ANuLTNduas

10 91 wuineglugia 70-100, 70-77 wag 70-88 AuAGY

2) Precision @131150911L8370 %RSD Wuin glyphosate uag glufosinate denaglutas
11-13 uaz 3-14 Tag %RSD Miwensulaves SANTE (SANTE/11813, 2017) fiosiidtfosninuiewintu 20
LANIIIBNINSITIATIZTE precision LagiilofuiaiA1 HORRAT wasans aseuagulusyfualy

dadus way elufosinate fiauidiudusanas wudnfidn HORRAT wa glyphosate as‘j‘ﬁ' 0.44, 0.52,



0.50 wae glufosinate Bg#l 0.54, 0.14, 0.47 MUAIRU HIWNUIINTTERUTULHBIINTATRENT 2 uAziile
Wiguguairuidlaainauns Horwitz’s equation @3 %RSD AesdA1tieanina Predicted

Horwitz RSD L@AI318agtdunaInI1s1en 3

MI5N9 3 UsednBnmaedn1sias1eiansiiennAg slyphosate wag glufosinate Tudu

#19 spiked level %recovery (n=10) Aaae % Predicted  HORRAT
(mg/kg) % recovery RSD  Horwitz RSD
glyphosate 0.02 79, 108, 78, 81, 84, 99, 77, 84, 98, 77 86 13 29.49 0.44
0.05 109, 110, 109, 109, 110, 111, 80, 87, 83, 88 100 13 25.13 0.53
0.10 97,99, 115, 112, 105, 98, 85, 89, 85, 86 97 11 22.73 0.50
glufosinate 0.05 72,79, 73, 95, 97, 100, 72, 88, 70, 77 82 14 25.87 0.54
0.10 76, 72,71, 72, 77, 73, 73, 70, 72, 70 73 3 23.76 0.14
0.50 82, 84, 70, 76, 72, 88, 85, 73, 71, 72 77 9 18.47 0.47

8.3.3 INT1NAN1TATIVTALTIUTUIU (limit of quantitation, LOQ) HaANNAITANEIAINM

Y o o o 1

Wududganaunsonsiadnseiidaliunauls d1msuans slyphosate imududu 0.02 fadnsune

'
a o Ioa 1 a

Alansu uag glufosinate NANNLTU 0.05 Hadnsusanlandu vinn1suageu 10 91 wiAEIULTeUUY

= o a

1115514 (standard deviation, SD) IngihanUsziiiuen LOQ wirfiu 10xSD taviin1sitgaien LOQ AN

a o 1A o o

NANISNAABINUIT glyphosate waz glufosinate AAYINAU 0.02 wag 0.06 Aaansusolaniu nualfu
disliulatfienudududnaniianamisalunsnsadinsziasiivandldase Tnefudunanis
NAFDUIINAT accuracy way precision lunsnaaesidenidanududu wihiu 005 fadnsudenlandy
Ju LOQ dm%u elyphosate wazfiarududy wiadu 0.10 fadnfudedlansy WWu LOQ dwsu
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a o 1A

WU 0.05 fadansusanlansy inn1snadau 10 91 11A1 SD Iagtnunuseliual LOD winiu 3xSD

WU’jﬁLﬁ@ﬁﬁﬂﬁiﬁEﬂﬁ]ﬁﬁﬁ LOD 994 glyphosate 1ag glufosinate §A1AU 0.01 way 0.02 Hadniuee
Alandu mud v deliiuladiinnududusing nianuaunsalunsasanuansiivandldad Tng
fudunan1sadeuaIne accuracy wae precision Tumsnmaassiidenldmmududiu wihiu 002 fadndu
sonlansu W LOD dmsu glyphosate wagfinnududu windu 0.05 fadnsusenlansu W LOD dmsu
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A5 4 N5 LOD (3SD) waw LOQ (10SD) w84 glyphosate way glufosinate Tudu

#13 detected concentration (mg/kg) mean SD %RSD 3SD (LOD) 10SD (LOQ)
glyphosate 0.0157, 0.0215, 0.0115, 0.0161, 0.0167,
0.0172 0.0022 13 0.0066 0.0222
(0.02 mg/kg)  0.0197, 0.0154, 0.0167, 0.0196, 0.0153
glufosinate  0.0360, 0.0395, 0.0365, 0.0474, 0.0483,
0.0411 0.0058 14 0.0173 0.0576

(0.05 mg/kg)  0.0501, 0.0358, 0.0438, 0.0352, 0.0386
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(R?) winfiu 0.9980 uag glufosinate a¢luv19 0.01-1.0 lulasnSuseiadans coefficent of
determination (R?) AU 0.9994 {AAIAAN1THTIATATIUTNIA (LOQ) Lazlindnnnn15nTIadn (LOD)
299 glyphosate 111U 0.02 wag 0.05 dadnsudeilansy wayd1miuais glufosinate 1Wi1AY 0.05 uag

o w
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