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5. UNANED

nsnsraaeualElivesi’ in-house method base on QUECHERs EN Method 15662. duilu
Fhaneiasivanisesios fURmaengiasiiuands a5 ednseiaseednilurloain
20 ¥in laun carbophenothion, chlorpyrifos, chlorpyrifos-methyl, cyanofenphos, cyanophos,
diazinon, dichlorvos, EPN, ethion, fenitrothion, malathion, methidathion, parathion, parathion-
methyl, phosphamidon, pirimiphos-ethyl, pirimiphos-methyl, profenofos, prothiofos L & ¢

triazophos kagILASIER@15AITUNUR 12 sila lawn methomyl, carbosulfan, promecarb,



methiocarb, 3-OH-carbofuran, 3-keto-arbofuran, carbaryl, ethiofencarb, pirimicarb, isoprocarb,
oropoxur ka fenobucarb lunzide n3193ATEiY GCMS/MS way LC-MS/MS sugdidiu ieviinis
NAddU range, linearity, accuracy, precision, Limit of Quantitation(LOQ), Limit of Detection(LOD)
WAz specification WuITIsnsMadeuiifaumnzauariinuewziazaddummadeumansandng
vasnguesinilurioampuaznguaiuum Tnsansngueesniuneammsia 20 5iafien range wosmsvindoy
agluta9 0.01- 1.0 me/ke dnnuludunss A1 correlation coefficient () 9g5g1i19 0.995-0.999 (newsi
A9ue 12 > 0.995) WANISNAABU accuracy A1NNTISNINTUT % recovery WUTTHIULAUINATAUATD
Codex 94 5 s¥duanuudy finnududy 0.01, 0.05, 0.10, 0.50 uag 1.0 me/ke dALaduvas %
recovery agjizij 74.0-110.0%, 88.2-115.6%, 95.0-113.1%, 84.7-107.4% wag 98.4-104.3%
AINAIAU NANITNAGOUAT precision 9INNITNAITAU1 HORRAT ratio (1nausinnuum HORRAT ratio < 2)
WU R 5 Sumdudy a15nyiiadleAn LOD wirfiu 0.005 mg/kg A LOQ wirfiu
0.01 mg/kg ﬁaumimﬂﬁwmqmjum%mLmﬁy’q 12 i /1 range v@IMINAdUBY LY 0.01- 0.2 mg/kg &
AU duwdUATY A1 r2 98581319 0.995-0.999 NANIINAGBY accuracy AINNITAATUT % recovery
WUIH U RURYes Codex 13 5 seRumududy fiaaududy 0.01, 0.05, 0.10, 0.15 uaz 0.2
me/ke fANaAEU83 % recovery 285¥N119 65.3-111.2 %, 73.1-110.1%, 74.7-103.6%, 73.4-92.9%
Wag 73.6-96.2% MINAIAU WANIINARBUAT precision 31NNT5WA15841 HORRAT ratio WUINKHNULAE
ﬁmuﬂﬂga 5 5¥AUAINULINTU A1 LOD D9 methomyl, carbosulfan, promecarb, methiocar, 3-OH-
carbofuran, carbaryl, ethiofencarb, pirimicarb, isoprocarb, propoxur kag fenobucarb WINAU 0.003
mg/kg Uag 3-keto-carbofuran i1y 0.005 me/kg @15nHadlen LOQ Wiy 0.01 meg/kg Fannns
Ussidlunanmanaaoulneiiesesiaeing 4 el wuiiiveaeui Iiuanmeaeveglunasiveuiuis

anusod WSS msgudmsuiesu juRnisla

Abstract

A validation study was conducted on multi-residue method for determination of 20
organophosphates (carbophencthion, chlompyrifos, chlompyrifos-methyl, cyanofenphos, cyanophos, diazinon,
dichlorvos, EPN, ethion, fenitrothion, malathion, methidathion, parathion, parathion-methyl,
phosphamidon, pirimiphos-ethyl, pirimiphos-methyl, profenofos, prothiofos and triazophos) and

12 carbamates(methomyl, carbosulfan, promecarb, methiocarb, 3-OH-carbofuran, 3-keto-



arbofuran, carbofuran, carbaryl, ethiofencarb, pirimicarb, isoprocarb, propoxur and fenobucarb)
in egg plant. This method was modified from QUEChERs EN 15662. GCMYMS was used on the
organophosphates and LAMS/MS was used on the carbamates. It was validated according to the method
validation guideline of the Department of the Medical Science; Linearity, r* of calibration curves,
instrument limit of detection/quantitation (LOD/LOQ), accuracy and precision were evaluated.
Good linearity (at least r(2)> or =0.995) of the calibration curves was obtained over the range
from 0.01-1.0 ppm for organophosphates and 0.01-0.2 ppm for carbamates. For 20 organophosphates;
Instrument LOD were 0.005 ppm. The accuracy, precision and method LOQ were determined
via recovery experiments, spiking sample blank at 0.01, 0.05, 0.1 0.5, 1.0 ppm, ten replicates per
level. Method LOQ values were 0.01 ppm. The accuracy met the acceptability criteria of CODEX
recovery and the precision were pass HORRAT ratio. For 12 carbamates; Instrument LOD values
of 3ket-Carbofuran LOD was 0.005 ppm and the others ware 0.003 ppm. The accuracy, precision
and method LOQ were determined via recovery experiments, spiking sample blank at 0.01, 0.05,
0.1 0.15, 0.2 ppm, ten replicates per level. Method LOQ of all residues values were 0.01 ppm.
The accuracy met the acceptability criteria of CODEX recovery and the precision were pass

HORRAT ratio.

6. A

n1sasivdsuauldlivesiSnaasuildudeninuaniuuinsgiu ISO/EC 17025 d1su
sesUftRmnadeuiidesnisensiusesauanansadmiuitnaaeuiiu  Tasagdesiing ameaey
anuldldvesisnaaeunudominuanig o newilUldduisnedeuninsgruvesieslfjifinisnely
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7. A5aUuUN1s

7.1 gunsal iedesileuazansiadl
1. E;Uﬂiaiﬁisﬂumiaﬁmlé’ud autopipette, , glass vial for Auto sampler, volumetric flask
class A wag centrifuge tube YuUA 50 Uadans wag 15 Uadans
2. in3esflefildusznausie LCMS/MS (Agilent), GEMS/MS (Bruker), w3e4dia11uaziden
nafloy 5 funis, 1ndesds anuazBeanafion 3 funi, oven, vertex mixer, wi3osdugansiogng
(food processor) Lﬂ%"a\‘ﬁjum%mzﬂau(centrifuge) Dudu
3. @15wadl Usznaumaey

3.1 @a1suinsgiualsieanAengueasni luneaadiuiy 20 via baun
carbophenothion, chlorpyrifos, chlorpyrifos-methyl, malathion, cyanofenphos, cyanophos,
diazinon, dichlorvos, ethion, fenitrothion, methidathion, parathion, EPN, parathion-methyl,
phosphamidon, pirimiphos-ethyl, pirimiphos-methyl, profenofos, prothiofos ¢ triazophos @19
UIATFIUAITAEANAINGUAITUNUATIUIY 12 Hlla Laun methomyl, carbosulfan, promecarb,
methiocarb, 3oh-carbofuran, 3ket-carbofuran, carbaryl, ethiofencarb, pirimicarb, isoprocarb,
propoxur g fenobucarb fifilu certificate Lm%mazmammgm working standard luaisazany
AI089UZITD ANITEnA QEChERs Method EN 15662. (2008)

3.2 @15tAUFI9 9 19U magnesium sulfate anhydrous, sodium chloride anhydrous,
trisodium citrate dihydrate, disodium hydrogen citrate sesquihydrate, PSA, graphite carbon black,
acetonitrile, formic acid Wudu

7.2 35073
7.2.1 @inf1981902835n15753LA518% in-house method based on QEChERs Method EN
15662. (2008) #ail
1. H3gh0879 10 + 0.1 n¥u Tdnaen centrifuge tube WA 50 TadANT 1A
acetronitrile 10 Tadans WWEIAY vertex mixer 2 W
2. 1A 4 n3U magnesium sulfate anhydrous, 1 n¥u sodium chloride, 1 N5y
trisodium citrate dihydrate, 0.5 N33 LUEIAIY vertex mixer 1 W

3. iludumsmnagnaufinnusil 3000 rpm Wuran 5 Wil

4. aeansazanglasuuy 6 1adans ldvasn centrifuge tube YuA 15 dadans



5. 1@ 0.9 n3u magnesium sulfate anhydrous, 0.15 N34 PSA, 0.045 N34 graphite

carbon black Lug1ee vertex mixer 1 w1

6. thludumisannagnouiinuis 3000 rom uan 5 und

7. geansavanglasuuu 1 §adans 1d glass vial for Auto sampler L#is 5% formic

acid in acetonitrile 10 lalasans thluliasgeLndos LOMS/MS, GEMS/MS
722 avgeumildlivefiiiinseinuidene fa

1. Specification

nAgou sample blank waz matrix standard M5zAUAUTUTU 0.10 me/kg

1%
] 1 A o [

3 41 vy iuninsiainvesdndevudug viedyyrunisasiataiinein
matrix SUNIUE A IAvesEsTideIn snaaaunsely S liinuuansiniznagouild
AN ANRAZ S INZINE s Ua ST BIN59 53 TR
2. Range / Linearity

NAFBY matrix standard a1sngueasniluneain 20 vila AszFuamdudy
0.01, 0.05, 0.1, 0.5 uaz 1.0 me/kg mnduduaz 3 91 LAZENINGUAITULA 12 iln
fiszsuanududu 0.01, 0.05, 0.1, 015 uay 0.2 me/ke Aaduduay 3 571 mAadey
wazUsziiuan correlation coefficient: 12 AiLaAIANUFURUSIEUINg response ay
AU uYesEn Y Wonsaaeuanududunss Gnasmimiviua 2 > 0.995)
3. Accuracy
N13M9I9@8Y  accuracy ey fortified sample asnqueasniluneas 20 viln

[y

fiszeumnududu 0.01, 0.05, 0.1, 0.5 waz 1.0 me/ke AudRdUas 10 i A13NaUAISUNLUA 12 Filln
fisysumududy 0.01, 0.05, 0.1, 015 ua 0.2 me/ke AMUTITUAE 10 81 Uszifiunanisnadeuain
9%Recovery ATBLNUTAMUATEY Codex Wag precision 3 HORRAT ratio < 2

WA UAYDY Codex alimorm 01/24A. annexVIl (Analyte Recovery U93d15

ANANNANYIAIAILAZEANINNANGLUBIMNS) Aadl

AN UTDS Analyte Range of Mean Recovery
< 1.0 pg/ke 50 - 120

> 1.0 ye/ke < 0.01 meg/ke 60 — 120

> 0.01 pg/kg < 0.1 me/ke 70 - 120



> 0.10 pg/ke < 1.0 me/kg 70 - 110

> 1.0 mg/ke 70 - 110

4. Limit of quantitation (LOQ)

nagey fortified sample vesa13ngueainluloaminiia 20 ¥lauazaisasulium

[ ' '
Y% ) I

7 12 wiafienududu 001 me/ke Faduranududusigaiioygalinuasivanddluoms
$1UU 10 $1 adEnedey nansadey accuracy Wag precision YOIESTIVAFDUFBRNULN T LA
5. Limit of detection (LOD)
nageU fortified sample mamwamjuaa%miuﬂamwmgq 20 YUALAZAITAITUILNA
W 12 ¥ Aenududusiig $1uau 10 61 anudinedeu 1 LOD sssmsmageuwifuAaududy

a1siliaugeesdy1unsnsiainasinaaey 1ANULANAI9INAIINEWES noise 8E19TALIY

Fauanalagal signal/noise > 3 (AL TUMIFALAYEINT GBI 2550)

nawaranuiisuns
1 9.a. 2560 - 30 n.4. 2562

anunvinveaewinsU JURnITIAT e siwANAI @In.5

8. WANINAABILAEIATAl
8.1 asiwmnAenguessniluneamnluuzile
8.1.1 anmuAIes GC-MS/MS Tumsnaiesiest sl
1. Injector: splitless, 250 °C

2. Column: Rxi-5Sil MS, 30 m, id. 0.25 mm, 0.25 um, constant flow 1.0 ml/min

3. Oven temp :

Temp ( °C)  Rate ( °C/min) Hold (min) Total (min)

80 0 2 2



150 10 1 10

220 5 0 24
230 10 2 27
280 15 4 34
300 20 1.67 37
320 a0 3 40.50

8.1.2 M3nsivaeuAultlaveisiinsiealsiyaneengueainluneawndiuiu 20 vila
Tawn carbophenothion, chlorpyrifos, chlorpyrifos-methyl, cyanofenphos, cyanophos, diazinon,
dichlorvos, EPN, ethion, fenitrothion, malathion, methidathion, parathion, parathion-methyl,
phosphamidon, pirimiphos-ethyl, pirimiphos-methyl, profenofos, prothiofos Wa triazophos f¢
3% in-house method based on QUEChERs Method EN 15662 (2008) Tuuziie NageuisiAs1ziau
parameter m'%‘ig] Tawn specification, linearity, range, accuracy, precision, LOQ W& ¢ LOD a
eazSonmal
1. specification dlennaeu sample blank lag matrix standard fisgiunrududu

[y

0.10 mg/kg 3 91 wuhifdy1un15nTIInUesduleUuduY Wiadyy1n13RTTANANAIA matrix

[
IS o

3=umué’muzyﬂmi’maqmiﬂfjma%m‘[umat,wmy’a 20 ¥iin wanINISNAARULTAMUINZALLAZIWNIY
Wrasiuasiidesnisasiadn

2. linearity/range 91NNNINAGBY matrix standard ansnauoosnilusleaima 20 vilafl 5
AMDNTY LakA 0.01, 0.05, 0.10, 0.50 wag 1.0 pg/ml ANLTNTUAE 3 31 demharaududunasen
fufivesdyyan1snsaiaduame Correlation coefficient (%) wuinns e uduiusesansig 20
vila fuunldududunsadien 2 egsening 0.995:0.999 (5197l 1) AuinaifruAyasiaMTiiIue
2 > 0.995) UARIILATEY GC-MS/MS T linearity/range Tut23 0.01591.0 pg/ml

BNTNAAUANNTONTIVABUASTYANANIBIETNANBRITN MUNBaNATY 20 vila HY39

YDINTNAADUAIMA 0.01 3 1.0 pg/ml Inedl accuracy aglunaeigausu (n15199 2-6)



3. accuracy M5333AT1E fortified sample @1sngueasnilunean 20 ¥lia¥ 5 Ay

[

Wty TduA 0.01, 0.05, 0.10, 0.50 waz 1.0 pg/ml Amududuas 10 91 fnanisnedeussd
3.1 % recovery Wui1fl 0.01 pg/ml ﬁﬁ%a?ﬁlaagswdm 74.0-110.0% (\NQAAIMUA
60-120%) 71 0.05 pg/ml fiALaAE0g TN 88.2-115.6% (naudiimua 70-120%) 7 0.10 pg/ml 3l
Alade aETENing 95.0-113.1% (Nasif1vua 70-120%) 71 0.50 pg/ml A iade agszning 84.7-
107.4% (nowirinrum 70-110%) wazdl 1.0 pg/ml Jaade 9EIENIN 98.4-104.3% (nauwiAmua 70-
1109%) PUEISTU (51971 2- 6) TN IMUAYES Codex Hamun
3.2 precision WU31A1 HORRAT ratio 994 fortified sample fisziuaududu 0.01

ng/ml dA18E5enI19 0.575-1.315 fiszuaududu 0.05 pg/ml fir1ag5ening 0.220-0.727 fiszau
ALY 0.10 pg/ml Heinog58niNg 0.236-0.672 fiszauanududu 0.50 pe/ml NGB RE
0.368-0.965 waziisyiuanundudy 1.0 pe/ml fA198 51119 0.121-0.981 FIULN T AR UR
HORRAT ratio < 2 13 5 seduarndudu@issd 2-6) aguldifisnmaaoudaiiinszsilédaam
Qﬂéf’e}ﬂLLaSLLiJ"lJETﬂWUI’N%QLLGi 0.01-1.0 pg/ml

4. LOQ nran1snageufiaudadulufiegiavingu 0.01 ne/ml $1u7u 10 81 an
A15797 2 UstiluNanIsuagau a1n % Recovery HIULNFIRIMUATEY CODEX Waz HORRAT ratio
ot A1 LOQ vesisnadeuwihiy 0.01 ug/ml

5. LOD 9nnsnaasuaisiuanangusainluneamadiuiu 20 via fnududy
0.005 pg/ml 8g13tioy 10 1 HANTNAFOUNUINAN Signal to Noise Ratio maaaﬂiﬁwmaawﬂ%ﬁm A
> 3 ugnvinansTimadauti 20 wiafien LOD Wity 0.005 ug/ml (M15197 7)

8.2 ansfiwmnAanguasuue lunsie
8.2.1 anzA3es LC-MS/MS Tunisnsiadnsedt fifed
1. Column :Zorbax Eclipse Plus C18, 2.1x100 mm, 1.8 pym

2. Flow rate : 0.4 mlU/min

3. Injection Volume : 3 pl

4. Column temperature : 40°C
5. Mobile phase : Solvent A= Water 1000ml + 0.1% formic acid 1ml

Solvent B = Acetonitrile



6. Gradient Elution Condition

Time (min)  Solvent A (%)  Solvent B (%)

0.00 97.0 3.0
0.50 97.0 3.0
10.50 50.0 50.0
15.00 50.0 50.0
20.00 5.0 95.0
25.00 5.0 95.0

7. Run time : 25.00 min
8. Detector Type : Mass spectrometer Detector
8.2.2 N139539a0UANLlElAv0IR AT 1L STYANANNEITHYANANNGUAITUNNATIUIY 12
¥ia lawn methomyl, carbosulfan, promecarb, methiocarb, 3oh-carbofuran, 3ket-carbofuran,
carbaryl, ethiofencarb, pirimicarb, isoprocarb, propoxur iag fenobucarb #178735 in-house method
based on QUEChERs Method EN 15662 (2008) Tusizlis adauis 1LAT1Z% AN parameter #19¢)

[

laun specification, linearity, range, accuracy, precision, LOQ kag LOD fis18agidunsil

1. specification Lilanaaay sample blank tag matrix standard N152AUAIINLTUTY

1

0.10 pg/ml 3 @1 wualilidyuninreIdslovudus wiodyIunTIINNNAIN Mmatrix TUNIU

[
a

Foyay10uTAv09aNsNANAITUIINTA 12 BEla LanaIIaNAaeUtlAUMILNTANLAL I NI VAT

ABINITNTIVIN



a v

2. linearity/range 311A19NA@BY matrix standard msmjmm%mmm 12 viln N520U

(% '
~ ]

Aududu 0.01, 0.05, 0.1, 0.15 uaz 0.2 pg/ml Arudaduas 3 91 WethAmaududuasaitud
YOIFYY10UNTIVTA AUaAT Correlation coefficient (r?) wunsmauduTuSve e 12 ¥ila 3
winldududunsalien ¥ egseming 0.995 - 0.999 (517l 8) suasiTMLANAANTIARIIN 1A3es LC-
MS/MS & linearity/range ¥09m19nTIn AT zhasivanéneosansnguaniuiunsia 12 slnlutiadus
0.01- 0.2 pg/ml

FBsmadeUAINIIATIvERUAT RN T ANINANAITUIATS 12 wdalutag

Aausl 0.01- 0.2 pg/ml Ipedl accuracy agluinaunieausu (57971 9-13)

3. accuracy WAN1NSIEOU accuracy Laevin fortified sample blank Fszuanududu
0.01, 0.05, 0.10, 0.15 waw 0.2 pg/ml Ausidiuazeeetion 10 1

3.1 % recovery Wu31 71 0.01 pg/ml ﬁﬂ'mﬁ'aagﬂiismw 65.3-111.2%(NEU AAUR 60—
120%) 71 0.05 pg/ml ﬁﬁ%aﬁaagizij 73.1-110.1(:n a1 AIMUA 70-120%) 7 0.10 pg/ml ﬁﬁi’na?iaagj
SYWIN 74.7-103.6%(.n0ud fsAum 70-120%) i 0.15 pg/ml ﬁﬁ%a%’laagjiwdw 73.4-92.9%(\nau
19U 70-110%) wagdl 02 pe/ml fAuade 9L 5NN 73.6-96.2%(neua1fivun 70-110%) Farunaul
Suemes Codex a7 9-13)

3.2 precision WU31A1 HORRAT ratio fisgfiumnududy 0.01 pe/ml HERREERPRR
0.1-0.4 fiszRuaududu 0.05 pg/ml fA19g381ning 0.1-0.4 fiszduaududu 0.10 pg/ml fiAnag
521919 0.2-2.0 fiszdiuarududu 0.15 pg/ml fiA10g5e1i19 0.1-0.4 wasfiszumnududu 0.2 pg/ml
fiA0g3eming 0.2-0.8 Fwruinnusiiinun HORRAT ratio < 2 ¥ 5 sefuaraduduE T 9-13) aguld
iﬁ%msmaauﬁmﬁ%Lﬂswzwﬂé’ﬁﬂaﬁmgﬂé\’aqLLazLLm'us‘J’ﬂuszm&gqmi 0.01-0.2 pg/ml

4. LOQ 91nNan1sNadau fortified sample blank fiszfuadandudu 0.01 pe/ml
§119U 10 81 MUAN5197 9 UsEliunanISNAGoUIN % Recovery HULNASTTMUAYEs CODEX uaz
HORRAT ratio st A1 LOQ esisnagouwiniu 0.01 ng/ml

5. LOD wasnsnadouansmsutunsuiuiinududusedeos 10 61 nansnngou
WU31A1 Signal to Noise Ratio ¥®4@15 methomyl, carbosulfan, promecarb, methiocarb, 3oh-

carbofuran, carbaryl, ethiofencarb, pirimicarb, isoprocarb, propoxur kag fenobucarb #5zAUAIM

10



udu 0.003 pe/ml wag 3-keto-carrbofuran fiszuAUELAY 0.005 pg/ml fidn > 3 uanainA1 LOD
YIN1TNAdDU methomyl, carbosulfan, promecarb, methiocarb, 3-OH-carbofuran, carbaryl,
ethiofencarb, pirimicarb, isoprocarb, propoxur wag fenobucarb 117U 0.003 pg/ml hag A1 LOD

W94 3ket-carbofuran ALY 0.005 pg/ml HaN1TNAGDULAAILUAITINN 14

9. AJUNANIIVIAARILAT TaLEUBLUL

n1sns19aauA Nl LAY9935 in-house method base on QUEChERs EN Method 15662 (2008)
Faduitinmeiansiivandvesissu fURnsinseiasiivandng am.5 Wilelnsieviansesinilu
Woaiwa 20 ¥fia laun carbophenothion, chlorpyrifos, chlorpyrifos-methyl, cyanofenphos,
cyanophos, diazinon, dichlorvos, EPN, ethion, fenitrothion, malathion, methidathion, parathion,
parathion-methyl, phosphamidon, pirimiphos-ethyl, pirimiphos-methyl, profenofos, prothiofos
e triazophos LAZATIIATIENAITAITUILA 12 F0A bowA methomyl, carbosulfan, promecarb,
methiocarb, 3-OH-carbofuran, 3-keto-carrbofuran carbaryl, ethiofencarb, pirimicarb, isoprocarb,
propoxur wag fenobucarb lufinuzide Inednseiiag GCMS/MS waglC-MS/MS audsu leviinis
NAgU range/linearity, accuracy, LOQ, LOD a¢ specification wudﬁ%mimmaauﬁﬁmmmmzam
uardimnuanzizadunmegeumaandsveangu eesnumeasimuaznaun1suun sveaoud
#1U150nTIIATIEREsNaNees Mluean laeggnastwaziduglugismnududu 0.01-1.0 pg/ml
Tnediaranilinsgildvinty 0.005 pe/ml wagiivaaouiauisansaiinszrarsnduansuiuald
agragnassiaziiuglugieaududu 0.01-0.2 pg/ml ﬁﬁw‘hqmﬁ‘itmwﬁlﬁsumaﬁ methomyl,
carbosulfan, promecarb, methiocarb, 3-OH-carbofuran, carbaryl, ethiofencarb, pirimicarb,
isoprocarb, propoxur wag fenobucarb WU 0.003 pg/ml kay 3ket-carbofuran Windu 0.005 ug/ml
Fennmstsuifiunanisvnaeulasliasigvieinng 4 wandl wuivisvaaeui Winanisvaaouaglunmsi

gousuIsaunso IR IuIdespudmsuiesufiainisla
10. nMstmaduIdelulduszlevy

lglunisgurenisiusesnisiwsigvinguesinilureaawazarsununluusiiovss

ol uRn1g @an.5

11



11. A1vaunnl (d1d)

1 v <~

YBYDUAMUAAINTVOIM0IUJURN1TIATIEN nduimuIN1TnTIvaeuivardadenisndn

q

9 v PN ! a 4 o & ! 14 a
ANUNIVYLLATWRIUINITENYATLUAN 5 nnNnuY VI?I’JEJIWQWIJ&’]L?"U’Q’Q’JQI“\JWJ?J@

12. 1BNE159719949

)

Aed] UPRIRAAERINTS dusia. 2550, mesmavaeurild liuenismavmasuansiiwinA el lenensusenaums
HNeUsy. nafvenemens msime.

finassa 9 elf 0w, 2509, LU TR Maveaeunmgnd e e A iseinanilInevesUf UAmsd .
NEIVENANERS NS,

Codex alimorm 01/24A. AnnexVIl. Propose Draf Revised Guideliness on Good Laboratory Practice
in Residue Analysis.

EN 15662. 2008. Food of Plant Origin-Determination of Pesticide Residues Using GC-MS and/or
LC-MS/MS Following Acetronitrile Extraction/Partitioning and Clean-up by Dispersive SPE-

QUEChERs method.

AT 1 hansAunvesdyanamsiinmasiseAuaunt 0.01, 0.05, 0.10, 0.50 wag 1.0 pg/ml

warAl r2 ¥a9anseasntuaan 20 vl

average of area

pesticide ;

0.01 0.05 0.1 0.5 1
dichlorvos 17580 91143 192383 924072 1933250 0.9995
diazinon 12045 57075 120603 845500 1693750 0.9994
phosphamidon 15727 75080 159747 857233 1990165 0.9955
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chlorpyrifos-methyl

parathion-methyl

pirimiphos-methyl

fenitrothion

malathion

chlorpyrifos

parathion

pirimiphos-ethyl

methidathion

prothiophos

profenophos

ethion

triazophos

EPN

carbofenothion

cyanofenphos

cyanophos

6204

11803

95948

5116

21105

24966

7444

15111

36881

26802

19822

40959

3100

10975

303

4955

75578

31476

58800

128326

24270

98818

96454

36689

108343

166717

109931

78861

190941

69031

56450

2802

22345

389212

72359

127445

268565

54420

220742

220945

75923

139770

393970

233092

167287

406644

158191

123722

7384

51977

903088

431203

808028

1817000

361615

1485000

1452500

533331

1023760

2469500

1791500

1104957

2984500

1441680

707309

76459

323697

5316500

1001206

1844000

3823000

846478

3401500

3118000

1226500

2119250

5795250

4095500

2382250

6834500

3368000

1620500

171438

629551

11587500

0.9957

0.9965

0.9981

0.9952

0.9964

0.9988

0.9961

0.9988

0.9951

0.9962

0.9986

0.9963

0.9954

0.9964

0.9969

0.9994

0.9985
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M99 2 LERIANANULINTUNTALS %Recovery wag HORRAT ratio vesanseasniluleain 20 viln

= U

¥

¥

NILAUAMMYNYY 0.01 pg/ml

dichlorvos diazinon phosphamidon chlorpyrifos-methyl parathion-methyl pirimiphos-methyl fenitrothion malathion chlorpyrifos parathion
conc. Y%recovery conc. Y%recovery conc. Y%recovery conc. Y%recovery conc. Y%recovery conc. Y%recovery conc. Y%recovery conc. Y%recovery conc. Y%recovery conc. Y%recovery
1 0.008 80.0 0.011 110.0 0.006 60.0 0.012 120.0 0.006 60.0 0.007 70.0 0.009 90.0 0.011 110.0 0.008 80.0 0.009 90.0
2 0.012 120.0 0.006 60.0 0.007 70.0 0.007 70.0 0.007 70.0 0.008 80.0 0.011 110.0 0.012 120.0 0.011 110.0 0.012 120.0
3 0.011 110.0 0.007 70.0 0.009 90.0 0.008 80.0 0.009 90.0 0.009 90.0 0.011 110.0 0.006 60.0 0.011 110.0 0.011 110.0
4 0.012 120.0 0.010 100.0 0.006 60.0 0.006 60.0 0.006 60.0 0.008 80.0 0.009 90.0 0.011 110.0 0.012 120.0 0.009 90.0
5 0.010 100.0 0.006 60.0 0.008 80.0 0.007 70.0 0.006 60.0 0.008 80.0 0.011 110.0 0.008 80.0 0.012 120.0 0.009 90.0
6 0.009 90.0 0.011 110.0 0.007 70.0 0.006 60.0 0.011 110.0 0.008 80.0 0.009 90.0 0.011 110.0 0.009 90.0 0.009 90.0
7 0.009 90.0 0.006 60.0 0.006 60.0 0.006 60.0 0.006 60.0 0.008 80.0 0.008 80.0 0.012 120.0 0.012 120.0 0.012 120.0
8 0.010 100.0 0.008 80.0 0.011 110.0 0.008 80.0 0.009 90.0 0.012 120.0 0.011 110.0 0.007 70.0 0.011 110.0 0.012 120.0
9 0.011 110.0 0.007 70.0 0.008 80.0 0.009 90.0 0.007 70.0 0.009 90.0 0.012 120.0 0.011 110.0 0.012 120.0 0.011 110.0
10 0.010 100.0 0.006 60.0 0.008 80.0 0.007 70.0 0.007 70.0 0.008 80.0 0.011 110.0 0.012 120.0 0.012 120.0 0.009 90.0
mean 0.010 102.0 0.008 78.0 0.008 76.0 0.008 76.0 0.007 74.0 0.009 85.0 0.010 102.0 0.010 101.0 0.011 110.0 0.010 103.0
HORRAT 0.613 1.227 0.943 1.099 1.047 0.736 0.613 1.049 0.618 0.655
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MITNT 2 (719) UAAIAIAILTLTUTIALA %Recovery wag HORRAT ratio vesanseasnilueainn 20 vllafiseAunadudy 0.01 pg/ml

pirimiphos-ethyl methidathion prothiophos profenophos ethion triazophos EPN carbofenothion cyanofenphos cyanophos
conc. Y%recovery conc. Yrecovery conc. Y%recovery conc. Yrecovery conc. Y%recovery conc. Yrecovery conc. Y%recovery conc. Y%recovery conc. Y%recovery  conc. Y%recovery
1 0.009 90.0 0.008 80.0 0.012 120.0 0.011 110.0 0.011 110.0 0.007 70.0 0.007 70.0 0.008 80.0 0.006 60.0 0.006 60.0
2 0.011 110.0 0.012 120.0 0.007 70.0 0.012 120.0 0.009 90.0 0.006 60.0 0.011 110.0 0.009 90.0 0.007 70.0 0.008 80.0
3 0.012 120.0 0.007 70.0 0.008 80.0 0.006 60.0 0.007 70.0 0.007 70.0 0.012 120.0 0.008 80.0 0.006 60.0 0.010 100.0
4 0.011 110.0 0.009 90.0 0.012 120.0 0.011 110.0 0.012 120.0 0.006 60.0 0.017 170.0 0.007 70.0 0.008 80.0 0.006 60.0
5 0.011 110.0 0.011 110.0 0.006 60.0 0.012 120.0 0.012 120.0 0.006 60.0 0.009 90.0 0.008 80.0 0.007 70.0 0.008 80.0
6 0.008 80.0 0.008 80.0 0.011 110.0 0.012 120.0 0.007 70.0 0.010 100.0 0.009 90.0 0.009 90.0 0.010 100.0 0.007 70.0
7 0.009 90.0 0.012 120.0 0.012 120.0 0.011 110.0 0.006 60.0 0.011 110.0 0.008 80.0 0.006 60.0 0.011 110.0 0.007 70.0
8 0.012 120.0 0.012 120.0 0.009 90.0 0.008 80.0 0.006 60.0 0.009 90.0 0.011 110.0 0.008 80.0 0.008 80.0 0.011 110.0
9 0.011 110.0 0.011 110.0 0.007 70.0 0.009 90.0 0.007 70.0 0.007 70.0 0.009 90.0 0.007 70.0 0.006 60.0 0.008 80.0
10 0.011 110.0 0.009 90.0 0.006 60.0 0.012 120.0 0.010 100.0 0.006 60.0 0.011 110.0 0.009 90.0 0.006 60.0 0.008 80.0
mean 0.011 105.0 0.010 99.0 0.009 90.0 0.010 104.0 0.009 87.0 0.008 75.0 0.010 104.0 0.008 79.0 0.008 75.0 0.008 79.0
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HORRAT 0.615 0.913 1.315 0.946 1.282 1.113 1.281 0.575 1.076 0.923
an91971 3 wansAAaduduTiale %Recovery waz HORRAT ratio asanseasniluneains 20 viafissiunnududu 0.05 pg/ml
dichlorvos diazinon phosphamidon chlorpyrifos-methyl parathion-methyl pirimiphos-methyl fenitrothion malathion chlorpyrifos parathion
conc. Yrecovery conc. Y%recovery conc. Yrecovery conc. Y%recovery conc. Y%recovery conc. Yrecovery conc. Y%recovery conc. Y%recovery conc. Y%recovery conc. Y%recovery
1 0.053 106.0 0.053 106.0 0.058 116.0 0.051 102.0 0.058 116.0 0.059 118.0 0.058 116.0 0.052 104.0 0.059 118.0 0.057 114.0
2 0.047 94.0 0.054 108.0 0.056 112.0 0.058 116.0 0.055 110.0 0.054 108.0 0.055 110.0 0.052 104.0 0.057 114.0 0.054 108.0
3 0.056 112.0 0.058 116.0 0.053 106.0 0.044 88.0 0.052 104.0 0.058 116.0 0.059 118.0 0.056 112.0 0.052 104.0 0.059 118.0
4 0.057 114.0 0.056 112.0 0.046 92.0 0.054 108.0 0.043 86.0 0.059 118.0 0.051 102.0 0.058 116.0 0.054 108.0 0.060 120.0
5 0.049 98.0 0.051 102.0 0.052 104.0 0.056 112.0 0.053 106.0 0.053 106.0 0.053 106.0 0.050 100.0 0.055 110.0 0.052 104.0
6 0.053 106.0 0.057 114.0 0.055 110.0 0.051 102.0 0.043 86.0 0.058 116.0 0.059 118.0 0.058 116.0 0.058 116.0 0.059 118.0
7 0.051 102.0 0.057 114.0 0.053 106.0 0.056 112.0 0.049 98.0 0.057 114.0 0.055 110.0 0.056 112.0 0.060 120.0 0.058 116.0
8 0.053 106.0 0.057 114.0 0.053 106.0 0.051 102.0 0.051 102.0 0.058 116.0 0.059 118.0 0.057 114.0 0.054 108.0 0.060 120.0
9 0.056 112.0 0.058 116.0 0.057 114.0 0.051 102.0 0.043 86.0 0.058 116.0 0.059 118.0 0.058 116.0 0.054 108.0 0.060 120.0
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10 0.054 108.0 0.055 110.0 0.047 94.0 0.060 120.0 0.054 108.0 0.058 116.0 0.058 116.0 0.054 108.0 0.051 102.0 0.059 118.0
mean 0.053 105.8 0.056 111.2 0.053 106.0 0.053 106.4 0.050 100.2 0.057 114.4 0.057 113.2 0.055 110.2 0.055 110.8 0.058 115.6
HORRAT 0.366 0.256 0.453 0.525 0.656 0.220 0.316 0.325 0.331 0.292
A51971 3 (A10) wansAAUITTUTITALE %Recovery way HORRAT ratio vasansaasniluloawln 20 silafiszumnududy 0.05 pg/ml
pirimiphos-ethyl methidathion prothiophos profenophos ethion triazophos EPN carbofenothion cyanofenphos cyanophos
conc. Y%recovery conc. Y%recovery conc. Yrecovery conc. Yrecovery conc. Yrecovery conc. erecovery conc. %recovery conc. Yrecovery conc. Yrecovery  conc.  Y%recovery
1 0.047 94.0 0.056 112.0 0.053 106.0 0.053 106.0 0.057 114.0 0.055 110.0 0.050 100.0 0.049 98.0 0.045 90.0 0.045 90.0
2 0.057 114.0 0.060 120.0 0.052 104.0 0.060 120.0 0.054 108.0 0.055 110.0 0.052 104.0 0.052 104.0 0.041 82.0 0.056 112.0
3 0.051 102.0 0.053 106.0 0.057 114.0 0.058 116.0 0.060 120.0 0.053 106.0 0.055 110.0 0.057 114.0 0.044 88.0 0.041 82.0
4 0.053 106.0 0.056 112.0 0.057 114.0 0.056 112.0 0.051 102.0 0.045 90.0 0.056 112.0 0.046 92.0 0.045 90.0 0.041 82.0
5 0.052 104.0 0.052 104.0 0.048 96.0 0.043 86.0 0.056 112.0 0.051 102.0 0.049 98.0 0.055 110.0 0.046 92.0 0.054 108.0
6 0.051 102.0 0.053 106.0 0.056 112.0 0.058 116.0 0.048 96.0 0.051 102.0 0.046 92.0 0.049 98.0 0.042 84.0 0.043 86.0
7 0.059 118.0 0.051 102.0 0.053 106.0 0.056 112.0 0.046 92.0 0.049 98.0 0.053 106.0 0.055 110.0 0.045 90.0 0.042 84.0

17



8 0.053 106.0 0.055 110.0 0.057 114.0 0.057 114.0 0.049 98.0 0.047 94.6 0.057 114.0 0.047 94.0 0.045 90.0 0.043 86.0
9 0.053 106.0 0.057 114.0 0.057 114.0 0.059 118.0 0.049 98.0 0.055 110.0 0.049 98.0 0.056 112.0 0.041 82.0 0.043 86.0
10 0.060 120.0 0.051 102.0 0.055 110.0 0.055 110.0 0.057 114.0 0.053 106.0 0.046 92.0 0.057 114.0 0.047 94.0 0.051 102.0
mean 0.054 107.2 0.054 108.8 0.055 109.0 0.056 111.0 0.053 105.4 0.051 102.9 0.051 102.6 0.052 104.6 0.044 88.2 0.046 91.8
HORRAT 0.452 0.327 0.335 0.534 0.544 0.408 0.466 0.493 0.279 0.727
a91971 4 wansAAaduduiale %Recovery waz HORRAT ratio asanseasniluneains 20 viafissiunnududu 0.10 pg/ml
dichlorvos diazinon phosphamidon chlorpyrifos-methyl parathion-methyl pirimiphos-methyl fenitrothion malathion chlorpyrifos parathion
conc.  %recovery conc. Yrecovery conc. %recovery  conc. Y%recovery conc.  Y%recovery conc. Yrecovery conc. Yrecovery conc.  %recovery conc. %recovery conc. Yrecovery
1 0.109 109.0 0.097 97.0 0.107 107.0 0.118 118.0 0.113 113.0 0.098 98.0 0.108 108.0 0.092 92.0 0.115 115.0 0.104 104.0
2 0.133 133.0 0.118 118.0 0.114 114.0 0.105 105.0 0.104 104.0 0.115 115.0 0.127 127.0 0.115 115.0 0.109 109.0 0.103 103.0
3 0.119 119.0 0.105 105.0 0.105 105.0 0.111 111.0 0.113 113.0 0.105 105.0 0.107 107.0 0.097 97.0 0.114 114.0 0.104 104.0
a4 0.113 113.0 0.106 106.0 0.100 100.0 0.110 110.0 0.105 105.0 0.104 104.0 0.110 110.0 0.101 101.0 0.111 111.0 0.104 104.0
5 0.106 106.0 0.101 101.0 0.116 116.0 0.114 114.0 0.106 106.0 0.097 97.0 0.093 93.0 0.083 83.0 0.106 106.0 0.096 96.0

18



6 0.116 116.0 0.117 117.0 0.100 100.0 0.107 107.0 0.088 88.0 0.112 112.0 0.120 120.0 0.103 103.0 0.116 116.0 0.114 114.0

7 0.108 108.0 0.102 102.0 0.094 94.0 0.107 107.0 0.105 105.0 0.099 99.0 0.101 101.0 0.089 89.0 0.106 106.0 0.098 98.0

8 0.104 104.0 0.100 100.0 0.115 115.0 0.111 111.0 0.107 107.0 0.098 98.0 0.104 104.0 0.085 85.0 0.109 109.0 0.096 96.0

9 0.112 112.0 0.106 106.0 0.100 100.0 0.116 116.0 0.118 118.0 0.105 105.0 0.106 106.0 0.096 96.0 0.116 116.0 0.104 104.0

10 0.111 111.0 0.105 105.0 0.106 106.0 0.112 112.0 0.111 111.0 0.102 102.0 0.099 99.0 0.089 89.0 0.110 110.0 0.098 98.0

mean 0.113 113.1 0.106 105.7 0.106 105.7 0.111 1111 0.107 107.0 0.104 103.5 0.108 107.5 0.095 95.0 0.111 111.2 0.102 102.1
HORRAT 0.501 0.439 0.475 0.252 0.511 0.396 0.624 0.672 0.236 0.357

MITNT 4 (719) UAAIAIALTLTUIALR | % Recovery tag HORRAT ratio 98381500350 1UunD@m 20 $HaNseAuAUUNTY 0.10 pg/ml

pirimiphos-ethyl methidathion prothiophos profenophos ethion triazophos EPN carbofenothion cyanofenphos cyanophos

conc. Y%recovery conc. Yrecovery conc. Yrecovery conc. Yrecovery conc. Y%recovery conc. Yrecovery conc. Yrecovery conc. Yrecovery conc. Yrecovery conc. Yrecovery

1 0.111 111.0 0.104 104.0 0.105 105.0 0.109 109.0 0.104 104.0 0.116 116.0 0.118 118.0 0.110 110.0 0.112 112.0 0.117 117.0
2 0.101 101.0 0.115 115.0 0.094 94.0 0.102 102.0 0.099 99.0 0.093 93.0 0.104 104.0 0.107 107.0 0.089 89.0 0.095 95.0
3 0.107 107.0 0.117 117.0 0.085 85.0 0.113 113.0 0.113 113.0 0.105 105.0 0.101 101.0 0.097 97.0 0.112 112.0 0.106 106.0
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4 0.117 117.0 0.106 106.0 0.109 109.0 0.084 84.0 0.085 85.0 0.117 117.0 0.113 113.0 0.114 114.0 0.108 108.0 0.119 119.0
5 0.104 104.0 0.100 100.0 0.117 117.0 0.101 101.0 0.110 110.0 0.104 104.0 0.102 102.0 0.112 112.0 0.108 108.0 0.104 104.0
6 0.112 112.0 0.108 108.0 0.096 96.0 0.111 111.0 0.101 101.0 0.108 108.0 0.112 112.0 0.113 113.0 0.091 91.0 0.094 94.0
7 0.106 106.0 0.106 106.0 0.114 114.0 0.092 92.0 0.113 113.0 0.109 109.0 0.093 93.0 0.102 102.0 0.105 105.0 0.111 111.0
8 0.107 107.0 0.106 106.0 0.111 111.0 0.110 110.0 0.115 115.0 0.112 112.0 0.104 104.0 0.108 108.0 0.102 102.0 0.108 108.0
9 0.114 114.0 0.118 118.0 0.105 105.0 0.116 116.0 0.118 118.0 0.093 93.0 0.110 110.0 0.118 118.0 0.115 115.0 0.118 118.0
10 0.109 109.0 0.105 105.0 0.101 101.0 0.114 114.0 0.118 118.0 0.110 110.0 0.107 107.0 0.109 109.0 0.112 112.0 0.112 112.0
mean 0.109 108.8 0.109 108.5 0.104 103.7 0.105 105.2 0.108 107.6 0.107 106.7 0.106 106.4 0.109 109.0 0.105 105.4 0.108 108.4
HORRAT 0.299 0.377 0.641 0.668 0.655 0.528 0.455 0.377 0.574 0.556
AN57971 5 wanarpaduduiTale %Recovery waz HORRAT ratio vedanseasniluneains 20 wiadisesiuaududu 0.50 pe/ml
dichlorvos diazinon phosphamidon chlorpyrifos-methyl  parathion-methyl pirimiphos-methyl fenitrothion malathion chlorpyrifos parathion
conc. Y%recovery conc. Yrecovery conc.  %recovery conc. Yrecovery conc. Yrecovery conc. Yrecovery conc. %recovery conc. Yrecovery conc. Y%recovery conc. Yrecovery
1 0.524 104.8 0.472 94.4 0.481 96.2 0.516 103.2 0.512 102.4 0.461 92.2 0.478 95.6 0.399 79.8 0.507 101.4 0.465 93.0
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2 0.540 108.0 0.445 89.0 0.396 79.2 0.527 105.4 0.523 104.6 0.448 89.6 0.473 94.6 0.395 79.0 0.496 99.2 0.462 924
3 0.553 110.6 0.435 87.0 0.544 108.8 0.554 110.8 0.542 108.4 0.452 90.4 0.504 100.8 0.417 83.4 0.521 104.2 0.507 101.4
4 0.599 119.8 0.496 99.2 0.533 106.6 0.510 102.0 0.417 83.4 0.510 102.0 0.470 94.0 0.481 96.2 0.472 944 0.564 112.8
5 0.503 100.6 0.462 924 0.479 95.8 0.544 108.8 0.550 110.0 0.480 96.0 0.502 100.4 0.408 81.6 0.535 107.0 0.516 103.2
6 0.548 109.6 0.441 88.2 0.452 90.4 0.537 107.4 0.529 105.8 0.452 90.4 0.490 98.0 0.395 79.0 0.494 98.8 0.484 96.8
7 0.512 102.4 0.431 86.2 0.470 94.0 0.538 107.6 0.525 105.0 0.445 89.0 0.490 98.0 0.400 80.0 0.499 99.8 0.478 95.6
8 0.509 101.8 0.484 96.8 0.534 106.8 0.501 100.2 0.547 109.4 0.484 96.8 0.505 101.0 0.420 84.0 0.509 101.8 0.491 98.2
9 0.524 104.8 0.531 106.2 0.513 102.6 0.460 92.0 0.467 93.4 0.458 91.6 0.406 81.2 0.518 103.6 0.425 85.0 0.429 85.8
10 0.557 111.4 0.457 91.4 0.391 78.2 0.538 107.6 0.536 107.2 0.468 93.6 0.497 99.4 0.400 80.0 0.510 102.0 0.490 98.0
mean 0.537 107.4 0.465 93.1 0.479 95.9 0.523 104.5 0.515 103.0 0.466 93.2 0.482 96.3 0.423 84.7 0.497 99.4 0.489 971.7
HORRAT 0.465 0.568 0.965 0.450 0.695 0.368 0.518 0.825 0.520 0.628
a91971 5 (910) wansAAUItuTuTTAlE % Recovery waz HORRAT ratio a3anseasniluneans 20 wiafissiuanududu 0.50 pe/ml
pirimiphos-ethyl methidathion prothiophos profenophos ethion triazophos EPN carbofenothion cyanofenphos cyanophos
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conc. Y%recovery conc. Yrecovery conc. Yrecovery conc. Yrecovery conc. Yrecovery conc. recovery conc. %recovery conc. Yrecovery conc. Yrecovery conc.  Y%recovery
1 0.507 101.4 0.467 93.4 0.459 91.8 0.479 95.8 0.539 107.8 0.497 99.4 0.500 100.0 0.478 95.6 0.499 99.8 0.479 95.8
2 0.467 93.4 0.463 92.6 0.456 91.2 0.452 90.4 0.543 108.6 0.462 92.4 0.500 100.0 0.421 84.2 0.495 99.0 0.412 82.4
3 0.503 100.6 0.457 91.4 0.487 97.4 0.478 95.6 0.491 98.2 0.523 104.6 0.537 107.4 0.502 100.4 0.502 100.4 0.529 105.8
4 0.544 108.8 0.403 80.6 0.426 85.2 0.426 85.2 0.421 84.2 0.463 92.6 0.501 100.2 0.544 108.8 0.464 92.8 0.478 95.6
5 0.502 100.4 0.502 100.4 0.492 98.4 0.541 108.2 0.487 97.4 0.497 99.4 0.545 109.0 0.443 88.6 0.518 103.6 0.547 109.4
6 0.471 94.2 0.470 94.0 0.428 85.6 0.509 101.8 0.458 91.6 0.476 95.2 0.518 103.6 0.493 98.6 0.505 101.0 0.459 91.8
7 0.469 93.8 0.484 96.8 0.441 88.2 0.512 102.4 0.540 108.0 0.458 91.6 0.509 101.8 0.484 96.8 0.524 104.8 0.520 104.0
8 0.462 92.4 0.505 101.0 0.423 84.6 0.472 94.4 0.546 109.2 0.483 96.6 0.532 106.4 0.408 81.6 0.490 98.0 0.403 80.6
9 0.415 83.0 0.480 96.0 0.464 92.8 0.492 98.4 0.492 98.4 0.448 89.6 0.460 92.0 0.515 103.0 0.468 93.6 0.457 91.4
10 0.481 96.2 0.517 103.4 0.471 94.2 0.523 104.6 0.467 93.4 0.511 102.2 0.540 108.0 0.482 96.4 0.517 103.4 0.455 91.0
mean 0.482 96.4 0.475 95.0 0.455 90.9 0.488 97.7 0.498 99.7 0.482 96.4 0.514 102.8 0.477 95.4 0.498 99.6 0.474 94.8
HORRAT 0.607 0.571 0.459 0.599 0.732 0.435 0.430 0.747 0.344 0.848
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M99 6 LERIANANULINTUNTALG % Recovery wag HORRAT ratio aasansoasniluneainn 20 ¥dafsy

al

U v

¥

AUAIUIUYY 1.0 pg/ml

dichlorvos diazinon phosphamidon chlorpyrifos-methyl  parathion-methyl pirimiphos-methyl fenitrothion malathion chlorpyrifos parathion
conc.  Y%recovery conc. Y%recovery conc. Y%recovery conc. Yrecovery conc. Y%recovery conc. Yrecovery conc. %recovery conc.  Y%recovery conc. %recovery conc. Y%recovery
1 1.045 104.5 0.973 97.3 1.028 102.8 1.065 106.5 1.060 106.0 1.014 101.4 1.011 101.1 1.021 102.1 1.068 106.8 1.039 103.9
2 1.050 105.0 0.872 87.2 1.013 101.3 1.062 106.2 1.018 101.8 0.901 90.1 1.005 100.5 0.815 81.5 0.998 99.8 1.064 106.4
3 1.079 107.9 0.985 98.5 0.888 88.8 1.062 106.2 1.071 107.1 1.008 100.8 1.006 100.6 1.011 101.1 1.065 106.5 1.027 102.7
a 1.025 102.5 0.956 95.6 1.099 109.9 1.073 107.3 1.088 108.8 1.004 100.4 1.059 105.9 1.027 102.7 1.052 105.2 1.049 104.9
5 1.041 104.1 0.856 85.6 1.036 103.6 1.062 106.2 1.034 103.4 0.897 89.7 1.016 101.6 0.806 80.6 0.989 98.9 1.073 107.3
6 1.026 102.6 0.946 94.6 0.994 99.4 1.015 101.5 1.049 104.9 0.972 97.2 1.005 100.5 0.971 97.1 1.004 100.4 1.017 101.7
7 1.018 101.8 1.024 102.4 1.026 102.6 1.025 102.5 1.025 102.5 1.027 102.7 1.029 102.9 1.033 103.3 1.028 102.8 1.029 102.9
8 1.020 102.0 1.026 102.6 1.027 102.7 1.027 102.7 1.027 102.7 1.028 102.8 1.030 103.0 1.034 103.4 1.030 103.0 1.030 103.0
9 1.009 100.9 1.097 109.7 1.027 102.7 1.018 101.8 1.013 101.3 1.098 109.8 1.008 100.8 1.092 109.2 1.015 101.5 1.004 100.4
10 1.011 101.1 1.105 110.5 1.026 102.6 1.012 101.2 1.011 101.1 1.002 100.2 1.099 109.9 1.089 108.9 1.010 101.0 1.098 109.8
mean 1.032 103.2 0.984 98.4 1.016 101.6 1.042 104.2 1.040 104.0 0.995 99.5 1.027 102.7 0.990 99.0 1.026 102.6 1.043 104.3
HORRAT 0.199 0.797 0.490 0.224 0.241 0.570 0.282 0.964 0.258 0.259
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MITNT 6 (719) UARIAIAILTLTUTIALR %Recovery Way HORRAT ratio vesa1seasniluneaina 20 vliafiseAuaadudy 1.0 pg/ml

pirimiphos-ethyl methidathion prothiophos profenophos ethion triazophos EPN carbofenothion cyanofenphos cyanophos
conc. Y%recovery conc. Yrecovery conc. Yrecovery conc. Yrecovery conc. Yrecovery conc. Y%recovery conc. Y%recovery conc.  Y%recovery conc. Y%recovery conc. Yrecovery
1 1.036 103.6 1.082 108.2 1.029 102.9 1.077 107.7 1.094 109.4 1.090 109.0 1.078 107.8 1.049 104.9 1.002 100.2 1.063 106.3
2 0.928 92.8 0.971 97.1 1.029 102.9 0.982 98.2 1.044 104.4 0.943 94.3 1.010 101.0 0.863 86.3 0.983 98.3 0.927 92.7
3 1.030 103.0 1.097 109.7 1.032 103.2 1.085 108.5 1.086 108.6 1.071 107.1 1.017 101.7 0.980 98.0 1.016 101.6 0.854 85.4
4 1.042 104.2 1.009 100.9 1.010 101.0 1.002 100.2 1.084 108.4 1.021 102.1 1.066 106.6 1.038 103.8 1.028 102.8 1.072 107.2
5 0914 91.4 0.955 95.5 1.022 102.2 0.967 96.7 1.034 103.4 0.956 95.6 1.065 106.5 0.936 93.6 0.988 98.8 1.092 109.2
6 0.922 92.2 1.005 100.5 1.061 106.1 0.995 99.5 1.070 107.0 1.028 102.8 1.031 103.1 0.795 79.5 1.027 102.7 0.987 98.7
7 1.029 102.9 1.028 102.8 1.025 102.5 1.021 102.1 1.031 103.1 1.034 103.4 1.027 102.7 1.038 103.8 1.025 102.5 1.026 102.6
8 1.031 103.1 1.032 103.2 1.027 102.7 1.024 102.4 1.033 103.3 1.035 103.5 1.031 103.1 1.039 103.9 1.027 102.7 1.028 102.8
9 1.011 101.1 1.024 102.4 1.025 102.5 1.029 102.9 1.024 102.4 1.026 102.6 1.018 101.8 1.110 111.0 1.022 102.2 1.017 101.7
10 1.009 100.9 1.005 100.5 1.021 102.1 1.034 103.4 1.018 101.8 1.010 101.0 1.007 100.7 1.109 110.9 1.012 101.2 1.012 101.2
mean 0.995 99.5 1.021 102.1 1.028 102.8 1.022 102.2 1.052 105.2 1.021 102.1 1.035 103.5 0.996 99.6 1.013 101.3 1.008 100.8
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HORRAT 0.495 0.407 0.121 0.353 0.260 0.417 0.234 0.981 0.156 0.670
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M7 7 u@ne A1 Signal to Noise Ratio @nseainluvladina 20 4in

al

N3

v
o

[y

[

v

signal/noise ratio

1 2 3 a 5 6 7 8 9 10 average
dichlorvos 35 29 25 32 24 20 18 24 27 22 26
diazinon a3 59 a4 52 56 ar a2 51 a2 51 49
phosphamidon 38 35 42 a8 36 51 37 40 33 aaq 40
chlorpyrifos-methyl 41 a6 34 31 40 35 42 a4 37 36 39
parathion-methyl 14 12 17 18 18 17 11 16 13 10 15
pirimiphos-methyl 23 31 35 28 22 34 27 32 26 31 29
fenitrothion 33 37 41 28 30 43 34 a4 38 35 36
malathion 18 14 11 26 17 18 15 20 24 22 19
chlorpyrifos 52 58 62 50 65 68 51 60 66 64 60
parathion 25 22 26 16 20 18 15 23 16 21 20
pirimiphos-ethyl 12 20 17 25 23 18 16 19 20 21 19
methidathion 38 35 a0 a6 41 42 a4 32 30 34 38
prothiophos 83 108 72 68 74 76 88 91 75 69 80
profenophos 32 36 43 40 54 45 39 37 33 48 41
Ethion 23 19 15 21 18 16 19 20 16 19 19
triazophos 12 14 17 13 16 9 16 23 18 22 16
EPN 21 32 22 31 24 23 25 20 30 32 26
carbofenothion 32 37 28 25 31 26 24 24 27 25 28
cyanofenphos 20 15 16 22 16 18 21 22 14 18 18
cyanophos 72 61 91 81 67 54 65 67 58 66 68

AUANULTNVY 0.005 pug/ml

26



A1519N 8 LansANUAlANALRAEIsEAUAUIINTY 0.01, 0.05, 0.1, 0.15 wag 0.2 ug/ml LazAn r? 989

A15ANSULUS 12 ¥0n

average of area

pesticide r?
0.01 0.05 0.1 0.15 0.2
methomyl 10513 54952 107100 144572 200817 0.996
carbosulfan 818 3197 5763 7809 10055 0.995
promecarb 10217 71256 135969 186187 258443 0.996
methiocarb 2937 20639 37997 53731 70394 0.996
3-OH-carbofuran 3412 24601 47125 65405 85037 0.995
3-keto-carbofuran 243 1532 3034 4648 6141 0.999
carbaryl 5135 41168 80478 128111 158599 0.996
ethiofencarb 21470 112616 215494 323039 417622 0.999
pirimicarb 170480 991410 1890755 2567450 3467882 0.996
isoprocarb 2432 17417 33547 49152 63081 0.997
propoxur 10600 71902 139635 190279 271397 0.995
fenobucarb 5060 35191 66977 96765 122172 0.995
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M15199 9 WEARIAT %recovery Way HORRAT ratio U9a15AISUNNA 12 YHANSEAUAITNTY 0.01 pg/ml

methomyl 3-OH-carbofuran 3-keto-carbofuran propoxur pirimicarb carbaryl
conc. Y%recovery conc. %recovery conc. Y%recovery conc. %recovery  conc. %recovery conc. %recovery
1 0.0114 113.70 0.0077 76.62 0.0107 107.40 0.00701 70.14 0.0084 84.10 0.0081 81.20
2 0.0112 111.90 0.0080 80.30 0.0101 100.80 0.00812 81.20 0.0089 89.10 0.0089 88.80
3 0.0106 106.40 0.0075 75.40 0.0111 110.60 0.00674 67.40 0.0082 82.30 0.0083 82.70
4 0.0110 109.70 0.0075 74.90 0.0103 102.50 0.00695 69.50 0.0087 86.50 0.0080 80.40
5 0.0109 109.40 0.0077 76.70 0.0111 111.20 0.00738 73.80 0.0088 88.20 0.0085 85.00
6 0.0105 105.00 0.0074 73.80 0.0119 119.20 0.00784 78.40 0.0086 86.10 0.0086 85.60
7 0.0104 103.60 0.0077 76.70 0.0110 110.40 0.00665 66.50 0.0085 85.40 0.0078 77.70
8 0.0111 110.60 0.0071 71.00 0.0117 116.70 0.00714 71.40 0.0087 86.70 0.0077 76.80
9 0.0110 110.10 0.0073 72.90 0.0116 115.70 0.00736 73.60 0.0083 83.30 0.0081 80.80
10 0.0111 110.50 0.0078 78.10 0.0118 117.60 0.00713 71.30 0.0083 83.30 0.0083 82.90
average  0.0109 109.09 0.0076 75.64 0.0111 111.21 0.00723 72.32 0.0086 85.50 0.0082 82.19
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HORRAT 0.1383 0.1601 0.2716 0.2882 0.1209 0.2036
A31971 9 (D) WARIAN %recovery waz HORRAT ratio vasansmsunun 12 sflafisssumnududu 0.01 pg/ml
ethiofencarb isoprocarb fenobucarb methiocarb promecarb carbosulfan
conc. %recovery conc.  Y%recovery  conc. Y%recovery conc. %recovery conc. %recovery conc. Y%recovery
1 0.0069 69.10 0.0079 79.10 0.0063 62.90 0.0062 62.40 0.0075 74.80 0.0063 63.20
2 0.0078 78.30 0.0076 76.30 0.0084 84.40 0.0074 73.60 0.0084 84.20 0.0068 67.50
3 0.0067 67.40 0.0072 72.10 0.0071 70.50 0.0065 64.70 0.0075 74.90 0.0068 67.90
4 0.0065 65.40 0.0078 78.40 0.0065 65.10 0.0072 71.50 0.0077 76.50 0.0074 74.20
5 0.0082 82.00 0.0080 79.70 0.0067 67.44 0.0071 71.20 0.0087 86.50 0.0074 73.60
6 0.0075 75.30 0.0074 74.40 0.0073 72.80 0.0063 63.40 0.0083 83.00 0.0063 63.40
7 0.0077 77.30 0.0069 69.15 0.0067 67.00 0.0058 58.20 0.0077 77.20 0.0063 63.40
8 0.0066 65.80 0.0078 78.20 0.0061 60.90 0.0064 64.10 0.0085 85.10 0.0072 72.00
9 0.0073 73.40 0.0071 70.80 0.0066 65.60 0.0056 56.20 0.0079 78.80 0.0065 65.10
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10 0.0071 71.40 0.0075 75.00 0.0071 71.30 0.0067 67.30 0.0076 75.70 0.0064 63.60
average  0.0073 72.54 0.0075 75.32 0.0069 68.79 0.0065 65.26 0.0080 79.67 0.0067 67.39
HORRAT 0.3528 0.2218 0.4309 0.3883 0.2617 0.2923

A31971 10 wARIA1 Y%recovery waz HORRAT ratio 983a15A13UMLR 12 wiinfiszdiunnundiudu 0.05 ne/ml
methomyl 3-OH-carbofuran 3-keto-carbofuran propoxur pirimicarb carbaryl
conc. Y%recovery conc. Y%recovery conc. Y%recovery conc. %recovery conc. Y%recovery conc. %recovery

1 0.0548 109.56 0.0429 85.76 0.0389 77.84 0.0413 82.52 0.0507 101.44 0.0388 77.52

2 0.0535 107.02 0.0432 86.36 0.0381 76.14 0.0404 80.78 0.0489 97.82 0.0397 79.40

3 0.0560 111.96 0.0426 85.22 0.0355 71.06 0.0407 81.34 0.0500 100.02 0.0397 79.32

4 0.0573 114.58 0.0425 85.02 0.0356 71.10 0.0410 82.00 0.0506 101.10 0.0412 82.42

5 0.0541 108.18 0.0405 81.08 0.0355 70.98 0.0397 79.48 0.0483 96.56 0.0380 76.02

6 0.0577 115.38 0.0436 87.20 0.0357 71.32 0.0402 80.40 0.0501 100.18 0.0406 81.26

7 0.0543 108.60 0.0432 86.42 0.0355 71.04 0.0381 76.26 0.0490 97.92 0.0377 75.30
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8 0.0559 111.72 0.0418 83.68 0.0350 70.08 0.0408 81.60 0.0497 99.44 0.0390 78.06
9 0.0557 111.40 0.0449 89.78 0.0371 74.20 0.0407 81.32 0.0503 100.58 0.0409 81.74
10 0.0536 107.12 0.0431 86.18 0.0386 77.16 0.0398 79.54 0.0482 96.36 0.0377 75.32
average  0.0553 110.55 0.0428 85.67 0.0365 73.09 0.0403 80.52 0.0496 99.14 0.0393 78.64
HORRAT 0.1634 0.1559 0.2327 0.1300 0.1124 0.1949
P157991 10 (si8) UARIAN %recovery waz HORRAT ratio vesansa1suIm 12 alafiszfumiuidudu 0.05 pug/ml
ethiofencarb isoprocarb fenobucarb methiocarb promecarb carbosulfan
conc. Y%recovery conc.  Y%recovery  conc. Y%recovery conc. %recovery conc. %recovery conc. %recovery
1 0.0489 97.84 0.0432 86.38 0.0422 84.30 0.0405 80.92 0.0410 81.96 0.0357 71.42
2 0.0463 92.56 0.0416 83.20 0.0388 77.50 0.0415 82.98 0.0389 77.76 0.0376 75.16
3 0.0472 94.40 0.0427 85.34 0.0412 82.32 0.0406 81.10 0.0396 79.10 0.0375 75.06
a4 0.0480 96.08 0.0426 85.18 0.0411 82.20 0.0421 84.14 0.0404 80.88 0.0432 86.34
5 0.0467 93.40 0.0403 80.52 0.0390 77.96 0.0380 76.06 0.0391 78.20 0.0356 71.26
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6 0.0460 92.00 0.0411 82.28 0.0396 79.26 0.0393 78.60 0.0398 79.60 0.0357 71.48
7 0.0476 95.14 0.0421 84.20 0.0383 76.64 0.0402 80.34 0.0386 77.22 0.0370 73.90
8 0.0497 99.42 0.0412 82.30 0.0401 80.20 0.0389 77.86 0.0386 77.28 0.0433 86.68
9 0.0478 95.60 0.0425 84.90 0.0415 83.08 0.0401 80.22 0.0388 77.58 0.0372 74.32
10 0.0471 94.12 0.0413 82.56 0.0411 82.20 0.0407 81.34 0.0386 77.20 0.0362 72.38
average  0.0475 95.06 0.0418 83.69 0.0403 80.57 0.0402 80.36 0.0393 78.68 0.0379 75.80
HORRAT 0.1451 0.1268 0.1904 0.1726 0.1237 0.4454
AN3797 11 UARIAN Y%recovery wag HORRAT ratio vasansasunan 12 sflafiseduamududy 0.1 pg/ml
methomyl 3-OH-carbofuran 3-keto-carbofuran propoxur pirimicarb carbaryl
conc. Yrecovery conc. Y%recovery conc. Y%recovery conc. %recovery conc. Y%recovery conc. Y%recovery
1 0.1129 112.92 0.0918 91.76 0.0722 72.18 0.0831 83.07 0.0999 99.92 0.0794 79.40
2 0.1072 107.15 0.0902 90.16 0.0755 75.49 0.0744 74.39 0.0960 96.02 0.0729 72.93
3 0.1098 109.80 0.0927 92.66 0.0756 75.58 0.0833 83.32 0.0100 10.01 0.0791 79.07



4 0.1084 108.36 0.0909 90.86 0.0764 76.38 0.0902 90.24 0.1011 101.07 0.0805 80.48

5 0.1054 105.39 0.0917 91.71 0.0759 75.87 0.0832 83.23 0.0997 99.71 0.0780 77.96
6 0.1012 101.16 0.0909 90.89 0.0777 77.68 0.0836 83.64 0.0992 99.19 0.0811 81.09
7 0.1021 102.09 0.0966 96.60 0.0738 73.83 0.0888 88.82 0.1037 103.73 0.0834 83.43
8 0.0992 99.19 0.0947 94.68 0.0743 74.32 0.0780 77.99 0.0948 94.75 0.0731 73.08
9 0.0934 93.38 0.0959 95.91 0.0751 75.12 0.0869 86.92 0.1010 101.03 0.0792 79.16
10 0.0966 96.64 0.0930 92.99 0.0710 70.98 0.0871 87.08 0.1003 100.33 0.0804 80.42
average  0.1036 103.61 0.0928 92.82 0.0747 74.74 0.0839 83.87 0.0906 90.58 0.0787 78.70
HORRAT 0.4019 0.1584 0.1708 0.3761 2.0701 0.2742

M15991 11 (610) LaRM9AN Y%recovery Way HORRAT ratio 99@13A15UMLA 12 wllafiseaunsndudy 0.1 pg/ml

ethiofencarb isoprocarb fenobucarb methiocarb promecarb carbosulfan

conc. Y%recovery conc. %recovery  conc. Y%recovery conc. Y%recovery conc. Y%recovery conc. %recovery

1 0.0983 98.26 0.0887 88.74 0.0877 87.71 0.0843 84.30 0.0818 81.77 0.0737 73.68



2 0.0890 89.00 0.0845 84.45 0.0819 81.85 0.0798 79.82 0.0766 76.57 0.0767 76.72
3 0.0898 89.75 0.0901 90.07 0.0849 84.94 0.0817 81.71 0.0805 80.45 0.0781 78.06
4 0.0834 83.36 0.0898 89.78 0.0865 86.52 0.0726 72.61 0.0824 82.36 0.0736 73.59
5 0.0796 79.64 0.0851 85.07 0.0819 81.93 0.0822 82.23 0.0804 80.39 0.0794 79.36
6 0.0801 80.08 0.0889 88.85 0.0851 85.07 0.0840 83.98 0.0812 81.19 0.0787 78.69
7 0.0756 75.55 0.0898 89.80 0.0857 85.74 0.0844 84.42 0.0868 86.83 0.0741 74.12
8 0.0747 74.65 0.0846 84.60 0.0815 81.50 0.0806 80.64 0.0792 79.21 0.0769 76.89
9 0.0786 78.59 0.0872 87.18 0.0824 82.40 0.0845 84.47 0.0802 80.22 0.0754 75.39
10 0.0831 83.07 0.0845 84.52 0.0848 84.81 0.0831 83.05 0.0815 81.52 0.0789 78.94
average  0.0832 83.20 0.0873 87.31 0.0842 84.25 0.0817 81.72 0.0811 81.05 0.0765 76.54
HORRAT 0.5709 0.1818 0.1692 0.2859 0.2081 0.1876
A5 12 WanaA Y%recovery way HORRAT ratio asansansunus 12 wiafisesuaududu 0.15 pg/ml
methomyl 3-OH-carbofuran 3-keto-carbofuran propoxur pirimicarb carbaryl
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conc. %recovery conc. %recovery conc. %recovery conc. Yrecovery conc. Y%recovery conc. Y%recovery
1 0.1291 86.07 0.1304 86.95 0.1052 70.16 0.1111 74.05 0.1372 91.48 0.1129 75.27
2 0.1309 87.23 0.1263 84.21 0.1083 7217 0.1100 73.35 0.1366 91.04 0.1140 75.99
3 0.1364 90.94 0.1329 88.61 0.1063 70.87 0.1104 73.59 0.1399 93.23 0.1112 74.13
4 0.1312 87.44 0.1322 88.10 0.1089 72.60 0.1138 75.84 0.1384 92.27 0.1188 79.22
5 0.1307 87.16 0.1369 91.29 0.1116 74.39 0.1195 79.65 0.1400 93.31 0.1109 73.90
6 0.1325 88.35 0.1389 92.63 0.1143 76.23 0.1146 76.42 0.1423 94.89 0.1057 70.44
7 0.1387 92.44 0.1376 91.71 0.1116 74.40 0.1296 86.39 0.1451 96.71 0.1171 78.08
8 0.1300 86.64 0.1307 87.16 0.1123 74.86 0.1171 78.03 0.1401 93.39 0.1111 74.03
9 0.1330 88.67 0.1340 89.36 0.1162 77.49 0.1170 77.98 0.1398 93.21 0.1072 71.47
10 0.1245 83.03 0.1333 88.87 0.1265 84.34 0.1135 75.68 0.1348 89.86 0.1129 75.28
average  0.1317 87.80 0.1333 88.89 0.1121 74.75 0.1156 77.10 0.1394 92.94 0.1122 74.78
HORRAT 0.2060 0.1983 0.3712 0.3428 0.1477 0.2432

MITNT 12 (510) LARIAT Y%recovery Way HORRAT ratio U94a13A15UMUA 12 ¥llafisyAuAaudy 0.15 ug/ml
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ethiofencarb isoprocarb fenobucarb methiocarb promecarb carbosulfan
conc. %recovery conc.  Y%recovery  conc. %recovery conc. %recovery conc. %recovery conc. %recovery
1 0.1056 70.39 0.1191 79.43 0.1154 76.96 0.1137 75.77 0.1068 71.19 0.1112 74.13
2 0.1164 77.61 0.1175 78.33 0.1127 75.16 0.1140 75.99 0.1103 73.54 0.1062 70.80
3 0.1177 78.49 0.1192 79.43 0.1171 78.07 0.1129 75.27 0.1061 70.73 0.1220 81.33
a4 0.1192 79.46 0.1184 78.93 0.1187 79.11 0.1130 75.30 0.1162 77.43 0.1058 70.55
5 0.1191 79.40 0.1248 83.18 0.1241 82.71 0.1157 77.13 0.1097 73.10 0.1073 71.53
6 0.1161 77.37 0.1254 83.62 0.1259 83.94 0.1245 82.97 0.1156 77.05 0.1161 77.42
7 0.1256 83.70 0.1266 84.41 0.1279 85.27 0.1233 82.21 0.1259 83.91 0.1062 70.80
8 0.1245 83.01 0.1226 81.70 0.1171 78.07 0.1181 78.74 0.1128 75.17 0.1072 71.46
9 0.1287 85.79 0.1236 82.39 0.1204 80.23 0.1206 80.37 0.1170 78.02 0.1098 73.23
10 0.1221 81.41 0.1175 78.34 0.1186 79.05 0.1125 75.03 0.1070 71.35 0.1084 72.25
average  0.1195 79.66 0.1215 80.98 0.1198 79.86 0.1168 77.88 0.1127 75.15 0.1100 73.35
HORRAT 0.3697 0.1988 0.2758 0.2654 0.3707 0.3236
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M15199 13 WanIA1 %recovery kag HORRAT ratio ¥84@13AN5UNLNA 12 ¥HaT15EAUAMIAILTY 0.20 pg/ml

methomyl 3-OH-carbofuran 3-keto-carbofuran propoxur pirimicarb carbaryl
conc. Y%recovery conc. %recovery conc. Y%recovery conc. %recovery conc. %recovery conc. %recovery
1 0.1973 98.64 0.1646 82.28 0.1912 95.62 0.1536 76.82 0.1757 87.87 0.1410 70.52
2 0.1714 85.69 0.1694 84.72 0.1583 79.13 0.1524 76.21 0.1783 89.17 0.1483 74.16
3 0.1684 84.20 0.1668 83.42 0.1806 90.32 0.1408 70.38 0.1741 87.07 0.1467 73.33
4 0.1885 94.24 0.1746 87.29 0.1489 74.45 0.1523 76.16 0.1789 89.47 0.1482 74.10
5 0.2047 102.36 0.1733 86.63 0.1516 75.80 0.1705 85.24 0.1894 94.70 0.1555 77.74
6 0.2029 101.44 0.1745 87.26 0.1643 82.17 0.1513 75.63 0.1815 90.76 0.1414 70.72
7 0.1878 93.92 0.1709 85.47 0.1516 75.80 0.1512 75.58 0.1776 88.79 0.1437 71.85
8 0.1962 98.08 0.1716 85.82 0.1423 71.15 0.1563 78.16 0.1782 89.12 0.1476 73.82
9 0.1956 97.79 0.1651 82.56 0.1862 93.12 0.1541 77.03 0.1789 89.45 0.1492 74.58
10 0.2104 105.22 0.1614 80.69 0.1565 78.26 0.1677 83.84 0.1863 93.14 0.1515 75.74
average  0.1923 96.16 0.1692 84.61 0.1632 81.58 0.1550 77.50 0.1799 89.95 0.1473 73.65
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HORRAT 0.5263 0.1956 0.7512 0.3922 0.1900 0.2135
AN31971 13 (19) WanAn %recovery waz HORRAT ratio ¥a9ansA1suan 12 adiafiseduanududi 0.20 pe/ml
ethiofencarb isoprocarb fenobucarb methiocarb promecarb carbosulfan
conc. %recovery conc.  Y%recovery  conc. Y%recovery conc. %recovery conc. %recovery conc. Y%recovery

1 0.1695 84.74 0.1583 79.13 0.1511 75.57 0.1436 71.78 0.1501 75.05 0.1599 79.95

2 0.1721 86.04 0.1550 77.52 0.1469 73.45 0.1415 70.75 0.1409 70.45 0.1643 82.15

3 0.1731 86.57 0.1559 77.95 0.1509 75.45 0.1420 71.01 0.1417 70.86 0.1501 75.06

4 0.1716 85.80 0.1577 78.83 0.1584 79.22 0.1443 72.15 0.1483 74.15 0.1416 70.79

5 0.1914 95.70 0.1715 85.77 0.1588 79.41 0.1580 79.02 0.1658 82.88 0.1598 79.88

6 0.1730 86.49 0.1645 82.25 0.1557 77.83 0.1584 79.21 0.1500 74.98 0.1488 74.39

7 0.1682 84.09 0.1571 78.54 0.1509 75.45 0.1499 74.93 0.1492 74.61 0.1484 74.21

8 0.1756 87.82 0.1644 82.19 0.1519 75.93 0.1486 74.28 0.1471 73.56 0.1442 72.08

9 0.1727 86.35 0.1605 80.26 0.1519 7597 0.1416 70.81 0.1473 73.67 0.1574 78.69
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10 0.1800 90.02 0.1674 83.68 0.1537 76.86 0.1546 77.29 0.1549 77.45 0.1481 74.07
average  0.1747 87.36 0.1612 80.61 0.1530 76.51 0.1482 74.12 0.1495 74.76 0.1522 76.12
HORRAT 0.2793 0.2446 0.1723 0.3225 0.3327 0.3541
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miwﬁl 14 uang AN Signal to Noise Ratio @15 methomyl, carbosulfan, promecarb, methiocarb,

3-OH-carbofuran, carbaryl, ethiofencarb, pirimicarb, isoprocarb, propoxur i @&

v
v

fenobucarb 15EAUAIULTUTU 0.003 pg/ml Lay 3-keto-carbofuran S¥AUAINNTNTY

0.005 pg/ml
signal/noise ratio

1 2 3 4 5 6 7 8 9 10 average
methomyl 23.0 31.9 28.9 20.6 13.3 30.5 19.6 36.3 1123 230.7 54.7
3-OH-carbofuran 63.2 20.9 98.3 524 21.3 32.6 275 14.1 24.0 46.7 40.1
3-keto-carbofuran 16.3 15.4 105.5 72.0 255 11.3 73.4 39.8 52.6 10.7 42.2
propoxur 459.7 51.3 513.6 5236 3425 2751 9089 5887 76.9 101.3 384.2
pirimicarb 3233 4074 2704 5074 6073 2822 409.4 3409 2196 2073 357.5
carbaryl 5155 7934 2561 911.0 7929 9276 1444 5594 10106 2325 614.3
ethiofencarb 55.5 79.6 24165 6536 4793 2349 2495 674 12504  559.5 604.6
isoprocarb 387.8  368.8 3436 4845 2739 6830 6744 2439 5721  283.1 432.0
fenobucarb 9137  566.6 1197.1 760.0 901.8 8522 4265 5753 8026 144.2 714.0
methiocarb 8137 7329 4063 7399 550.6 1051.0 6213 879.0 521.1 795.5 711.1
promecarb 1989.1 19213 970.6  377.7 9929 12546 580.2 1662.0 1087.5 11747 1201.1
carbosulfan 840.2 13749 2887.3 3224 203.0 16754 4251 1683.6 3800.4 1699.5 1491.2
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