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nsmLImelaLagIsNInTIITATIsasivenAengueasunluneanesa  oasunlumassu
wazlnivsesd Tudu WelwldiSmsiifuinesgiu fanugndesuiugr wanzay 137 Viudenny
AN W@ealdanetey laeldisn1s modified method 989 QUECHhERS lagld acetonitrile, MgSO,
war NaCl afin wagld PSA, waz MeSO, lun1s clean up luBsuuseana 2559 linnswaniaed
wingadlunsliessansiivanaenguessunluneanesa eesunlupassu  wazlninsesamewmeailn
whalasuivnsinuduuiaaninsuss  wasiimsfinmmandwedeneg  finadeussansnmnisana
AIBNATIANITATIUAIDEIUMUU QUECHERS s?iﬁ%‘mima’wﬁé’aamuﬂwiﬂgﬁ]ﬁﬂmﬂ%‘lﬁ%ﬁ%ﬁmwﬁ (
Method Validation ) aamnasgmuaina dieifiuussdvEamuasiauiisnminsalinseiasiivnndis
lundmnamemsinumslisiedy  sessumInmlinssinuiasanannisnsineasnalasinsenms
Uaendy Aadnwauzianzvesisivhnmsaaeuldun framsliau (Working Range), ArmdusiugLds
W@uUmSe (Linearity), Aanuuaiy (Accuracy), ANLTIB (Precision), AINAALUNISASIINY (Limit of

Detection), wazaindnfintun1simdeU3unas (Limit of Quantitation) Han1sANYIAMENULANIZVDITD



wud Seuduiudidadunsed fe He 0.005-1.0 lulasniusensy T Aduuseavdanduius (r)
11AA71 0.995 8AIU methamidophos, mevinphos, omethoate, dicrotophos monocrotophos,
dimethoate, alpha-endosulfan, azinphos Wag cyfluthrin Feddliendulsyavsanduius () Tusiu
neusl YAdinveen1snsINy (LOD ) drreglugae 0.003-0.005 lulasnsusensy Iadninvesn1snias
U3uas (LOQ ) fineglutag 0.01-0.02 lulasniusensy enviu mevinphos, dimethoate, phosalone
oA LOD 0.01 lilasnsudensuuaz LOQ 0.05 lulasnsumensu methamidophos, dicrotophos,
monocrotophos, alpha-endosulfan, azinphos, uag EPN laA1 LOD 0.02 lulasnsusensy wag LOQ
0.07 lalasniuslansy uenanifunuin omethoate ¥ LOD, LOQ figs fe 0.40 lulasnusionsa was
1.00 lailasndusiensy nismaAnmusilanstihnduAvanynansfivaneiimududussdusiien
ag/luria 43-150%, ﬁﬂamLsﬁwﬁuisé’uﬂmﬁﬁﬂ'wmsﬁwﬂé’uﬁumagjﬁlwﬁm 43-150%, wasfimnutudu
seaugalsirinisiinduAuanegluie 70-112% anaiiedlasld HORRAT Usziiudnegluta 0.2-1.9
YAl methamidophos, mevinphos, dicrotophos monocrotophos, —dimethoate,  alpha-
endosulfan, azinphos wag cyfluthrin A1 HORRAT > 2 Felaluinasinseensu AiseruanudTy

0.01 lulasnsusansy waz 0.30 lulasnsusansy
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7. B/N15ANTUNNS
7.1 aunsaluaziaiasiiondn

711 A3 gas chromatograph-mass spectrometer ( GC-MSMS ) §a bruker

712 wdesdmeadon 2 duvds 5%e mettler toledo wan1sldau 0.5 - 1500 ndu

7.13 p3esteonadon 4 fumds B%e mettler toledo ¥aemslaeiu 10 Sadndu - 220 sy

7.1.4 \w3estlufetn (food chopper ) B¥e robot coupe U R201 Ultra

a

7.1.5 p3pmyumissnusIsevainmuangumgll ( centrifuge ) 8% napco

Y

millenium-2028R ju 2028 R

7.1.6 \A3pINaNANsaLAne ( vortex mixer ) Btfe labnet U VX 100



7.1.7 aunsalga-Ieasazangdnludia ( solvent dispenser ) ¥win 10, 50, 100 Hadans

7.1.8 UUnge-dvansavaresnludfvinuiuusunsla (automatic pipette ) 933nsldau
10-100 Tulpsé@ns, 200-1000 lulasdns, 1-10 Hadans

7.1.9 wUsudsums ( volumetric flask ) au1m 5, 25 aaans

7.1.100nn9% ( beaker ) au1@ 50, 100, 500 Hadans

7.1.11 vaeawufihinanadnuuulleUa ( centrifuge tube ) UW1a 2, 50 Hagans

7.1.1290779874 ( autosampler vial ) YU 2 Naddns

7.2 #13U1M331U

7.2.1 ansawnasngueasunluvleanasa (OPPs ) §1uu 23 alla lawn dichlorvos (DDVP),
methamidophos, mevinphos, diazinon, omethoate,dicrotophos, monocrotophos, dimethoate,
pirimiphos- methyl, chlorpyrifos, parathion-methyl, pirimiphos, malathion, fenitrothion,
parathion, prothiophos, methidathion, profenofos, triazophos, ethion, EPN , phosalone, L&
azinphos

7.2.2 arsguuaingueasnilumasiy (OCls ) 91uu 3 %lla Ao a-endosulfan, p-
endosulfan, lLa¢ endosulfan sulphate

7.23 asguuangulnivsesd (PYs) d1uiu 6 ¥lia laun lambda-cyhalothrin ,

permethrin, cyfluthrin, cypermethrin, FS-fenvalerate, Wag deltamethrin

A3LM383 Stock Standard Solution AUILTY 1,000 llasnSusaiiadans

Fahwinansinmsguieinieriezden 4 fumls wdnianesiduianuuianivesans
11m3514 (% purity ) udamtTniuiase Im%’qaﬁmqﬁlig’mﬂizmm 25 fiadnsu ldluvinin
U319 (volumetric flask ) vuin 25 faddns wnesdlalulnsd (PR Grade ) asluvindausunsiiag
dosudnagn auasnsuaraevIanTuRtefia orlmaudsdnyiias

arunduduvesansinasgusudd

ANULUTUVRIATUINTFIU (g/mD) = U mtinids (mg) x ANNUTENTVRES (%) x10°

Usumsfiw3on ( ml) x100

a

n5Lm3ea Intermediate Mixed Standard Solution 10 lalasnSusefiadans wilelddmsu Fortified as

Tushesrawazlalunsw3es Workine Mixed Standard Solution




¥ v

WIBNATHIRIgIURANAITNTuYsSEI 10 lulasnSusiediaddns lneldlwnge stock
standard solution 1,000 lulasnsusefiadans suaamiLwiazsaﬁmiuﬂ%mmﬁﬁmmimamﬂ%’qm C,V,=
OV, ldluvintausunnsaun 25 fiadans ntuiuesalalulasd (PR Grade) asluvininusunsiiay
Uagaudelnl3uans warwg1bildniu divarsazatguinsgiukaunguessunlunenasa nay
sasmlunaeiu wazngulnivsess asluviauiaiivaisazans ( stock bottle )
nN13w3Ea Working Mixed Standard Solution Anstutuaglutag 0.005 - 1 lulasnsusieliadans

WISHUANTIINTTIURANAMUTUNTULINNT 3 526U (level) Tnefvuandudutueaglutig 0.005
-1 lulasn¥usiefadans deldidu calibration curve Tngl4d \Waga intermediate mixed standard
solution 10 lulasnSuredadans Tuﬂ%mmﬁﬁwmmhamﬂ%qm C,Vi= GV, ldasluriainusuing
YA 5 addns uesdlalulnsd aduvriaindsuinsiiastesauflnUsuins uaawerlidiiu die

asaratsnnsgIuRaNatiuInkiaivasazate ( stock bottle )

7.3 35n15NAAD4

7.3.1 manngimnzailunslinngiasivandanguossunlunleanasa sesunlunasiu
waztwsnsoum bawn dichlorvos (DDVP), methamidophos, mevinphos, diazinon, omethoate,
dicrotophos, monocrotophos, dimethoate, pirimiphos-methyl, chlorpyrifos, parathion-methyl,
pirimiphos, malathion, fenitrothion, parathion, prothiophos, methidathion, profenofos,
triazophos, ethion, EPN, phosalone wag azinphos ngueasnilunaaiu Laun alpha endosulfan,
belta endosulfan, endosulfan sulfate LLﬁzﬂEjﬂW%VlﬁaEJﬁ Tawn lambda-cyhalothrin, permethrin,
cyfluthrin, cypermethrin, fs-Fenvalerate, ag deltamethrin arawmadaudalasuilnnsifinudy
wugaUninsiues lawn eungiivesnisinansdietuazdouliniuiow, snsinisivaveuiading
wavidenuuaiivinsauiunsinsziansined sy

7.3.2 w13 QUEChERs wariadefifinadonisiniousietaiunazdssdnsnmnsadn lng
msUszfiuandosaznisAunduresasfidesnsiassitar Usunaanssuniuiianale

733 I@damuasnioufetnsmudmiuldlunuiseluaddl

fudivinsuilugeddeindusnogneiu osanaufiauiuiados ilduiedaewm

Auluusafaasuuukuimanadnindefuisliluiisuauuis fuitidufeulildliyulvaziBoawouszuna

umegnaabiiniuauneulunageumauduluaulviegluiie 10-20%

& (Y [ v ! a = A [y
f1919 1 AMUTUNAIINLNUNIBY1NAY LL@SNQbL’SﬂUVIﬁJ 45 93U

ATUIUAIDYIAU % AUIU

1 15.41
2 12.35




13.56
17.45
15.88
14.97

AN 0 A W

734  audnuazvesBLarssfuANLduTiasAnw
73.4.1 91309901530 ( working range ) wazauduldunse ( linearity ) 929009
myiniduiiswesnnduiuvesmsiinneiseninsvanuazageandiiuidunsauasinanismagey
Afaies Anuwiumnueifiseniu anududussafuaiuannsaveisilinanmeaeuiu
dadulnoasaiuanduduvesansiiasegn
Ing fortified sample blank MAABUAITUINIFIUTTAUANULUTY AB 0.005,
0.01, 0.05, 0.10, 0.50, 0.7, war 1.0 lulasnurensy anuuduas 10 41 Wean1siaumaeae
LAZATIINTIMNAUIATFIUIENINANULUTUVBIESUINTFIW ( ppm ) U peak area wariarsaumudu
dunsdlasnisiuamnanduyssavdandiniug (r) Tned r feglunasisensuazdosannnii 0.995
7.3.4.2 n13mAn limit of detection ( LOD ) wag limit of quantitation ( LOQ )
limit of detection ( LOD ) wunefia Arauidudusinaniisnaasvaiuisa
RIGEREPIC
limit of quantitation ( LOQ ) wsnefls AArsdudumaaiisnaaeuasnsa
Anneildluiiodns Inefianugndeaasauusiuiiveusuld
LOD uag LOQ mlslag fortified sample blank maaumimmgmﬁszéﬁ’u
audududn wdesgediatios 6 41 meArduumdowasgiu (D) vesruiudufisnuls wén

$11@1 LOD way LOQ A9aunIsh 1-2 ANUafu

LOD = 3SD (1)
LOQ =10 SD (2)

7343  A19RSINE@DUAIULAIY ( accuracy )
ANuLiuMIeANgNFes Ao ANuANNTAYEISNITIIAT AT Snr Tuans
fhegndlspenunmsstiuvidelndlfsatumiuiasanniigs
Tnw fortified sample blank nadeuasunsguisssuAI Tl

19971 A 0.01, 0.10, kag 1.00 lulAsNSUABNSY AULUUTUBEINUBY 7 YINANIENISNAFBULAYINU



Useidlu accuracy 91nA1 mean % recovery ( @un1si 3 ) wagiluiSeuiisuiuinusives codex N5

gaUSUINILUYBIANTANAI9INYNA MU AILAZENER T UD1S (A1979 2)

(C, —C,) %100
CS

% Recovery = (3)

Tnedi C, = arudufuiitnldvesdyanvassognefildléfing spike
fimléan calibration curve
C, = AnudutuiiTaldvesdygrauassiiogiefinildann
calibration curve

C; = ANUNTWATWIWUURU ( ANNTUN spike Tudieea )

A15719 2 LNEUYINISEBNSU % recovery YOENTNNANANYIRULALAEEER T TUB 1S

Concentrations of analyte Range of mean % recovery
< 1 pg/ks 50-120
> 1 pg/kg < 0.01 me/kg 60-120
> 0.01 mg/kg < 0.1 mg/kg 70-120
> 0.1 mg/ke < 1 me/kg 70-110
> 1 mg/kg 70-110

fan Codex (2005 )

7344  AIRTRAOUAINILIEY (intermediate precision )
Hunsaniisslaevmsiessifegraietunaney as lnednsiss
auazTu 14351 TuosufoRnmaiieatu insesdlolinseiideatu uazdiinesireau
Tnw fortified sample blank nadeuasIAsgIuisssuAmITTuAElugag
19971 A 0.01, 0.30, kag 1.00 lulasnSumensy ANULINTUBRE1LaY 7 1 Useidiy precision 1a8N"3
uﬁsmLﬁauﬁﬁaaawaqmﬁmLuumwrigmé'uﬁuﬁ‘ﬁlﬁﬂwnm'imaaa (% RSD ope) ﬁ’umﬁgﬂﬁmammﬂ
Horwitz Equation ( % RSD ;) fsaun157l 4-6 auadiu inausdin1seeusu fe A1 HORRAT ( Horwitz’s

ratio) < 2 ( AOAC, 2002 )

%RSD ,,, = % <100 @

% RSD , =0.66 x 2C*051°%9) — (66 x 2C **° 5)



RSD
HORRAT = — %= (6)
RSD,
7.4 Lauasanui
syelaan (13UAU-Auan ). 1 9aAy 2558 - 30 fueeu 2560
A0UNYINNTNAREA : nauimLINITNTIIFRUNTLazdadeN1IHEN

nMdguaginuININeRswaN 2 fyalan
8. HaLarINMIAINAN1TNAADY

8.1 azimanzanlunsiiasesiansiuandanguessunTurlaaweds sasnnlunaaiu uay
Iwinsesa aremaliaufalasuiimnsflmuauuuaauninswns (GC-MSMS)
nTeTgiasivandengueasunluneanssa sesunlunassu uazlninseen memaila
whalasumna fmufusuaauningund wuu electron impact ionization (El) 7i 70 eV wazns39a
Tusuuuy MRM TaglHiedesde Bruker fu 436 GC/ Scion MS Aedutiildusnansidunuuussgieda
A1 Rxi-55il MS (30mx 0.25mm 1D x0.25um film thickness) TUsunsugamgiiildusnansfivandnangy
oosunluloaresa oofnilunasiu uazlninsess Gufiguuail 80 °C 1Wuan 1.00 Wi wéiia
gaumaiiann 80 °C s 180 °C $m51A3 M5 20 °C / undl, Wiingaumaiiann 180 °C fa 220 °C §n3
ANNL37 5 °C / it Wunan 1.00 undl, Wiugamgiann 220 °C fis 270 °C dws1AnaFa 15. °C / undi
Wuan 8.00 w1, LLazLﬁuqmmﬁmﬂ 270 °C 4 320 °C 8m51A2M357 40 °C / w# Wunan 2 ui
Tngldufadidonnanuuqns 99.9995% Wuufamfesnianuiy 1.0 fadansdeuns n1sdnansiy

andnadeseialasunlnnsiliduwuu splitless figamnll 220 °C Y3unas 1 lulasdns

A1519 3 N15aeNnteaud@InsUYn MRM Tun1siasieviansiunnang 32 sdalagldesas GC-MSMS

product ion
substances to be analyzed Rt precusor ion
quan ion  qualifierl  qualifier2
methamidophos 5.370 141 95 94
dichlorvos 5.520 185 93 109
mevinphos 6.830 127,192 109 95 127
omethoate 8.370 156 110 79

dicrotophos 9.120 127,193 109 127 95



product ion

substances to be analyzed Rt precusor ion

quan ion  qualifierl  qualifier2
monocrotophos 9.220 127 109 95
dimethoate 10.016 125,93 63 79
diazinon 10.776 304,179 179 137 121
parathion-methyl 11.990 263,233 109 79 109
pirimiphos- methyl 12.800 290 125 233 151
fenitrothion 12.883 277,260 109 125 260
malathion 13.060 173,158,173 99 125 127
chlorpyrifos 13.342 314 258 166 286
parathion 13.410 291 109 81
pirimiphos 14.195 318,304,333 168 166 180
methidathion 15.230 145 85 58
alpha-endosulfan 15.620 241,265 206 170 229
prothiophos 16.090 309,267 239 239 221
profenofos 16.344 337,339 267 269 188
beta-endosulfan 17.080 195,241 159 206
ethion 17.355 231 129 175 203
triazophos 17.660 257,161 162 119 105
endosulfan sulfate 17.990 387,272 253 237
EPN 19.070 157,169 141 111 77
phosalone 19.880 182,367 111 138 182
lambda-cyhalothrin 20.370 181 127 152
azinphos 20.790 160,132 7l
permethrin 21.720 183 128 152 168
cyfluthrin 22970 206,163 151 127
cypermethrin 23.680 181 127 152
fenvalerate 26.310 225 119 147
deltamethrin 27.268 253 172 199
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AN 1 uans TIC YIasUINTEIU NTeAUAUTNTY 0.005-1.0 lulasnsusieliaddns

W

11

Sesangrgluvin : methamidofos, dichlorvos, mevinphos, omethoate, dicrotophos, monocrotophos, dimethoate, diazinon,

parathion-methyl, pirimiphos-methyl, fenitrothion, malathion

L

)

VAN

)
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AW 1 (69) wans TIC VaIaTUINTEIU NIFAUANNTNTY 0.005-1.0 lulpsniusieladans

Besngeluuan : chlorpyrifos, parathion, pirimiphos, methidathion, alpha-endosulfan, prothiophos, , profenofos,

beta-endosulfan, ethion, triazophos, endosulfan sulfate, EPN
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AN L (F9) wand TIC 99a511nsgIU szauAudnty 0.005-1.0 lulasnsuseiiadans

Bus1ng18luvan : phosalone, lambda-cyhalothrin, azinphos, permethrin, cyfluthrin, cypermethrin, , fenvalerate,

deltamethrin

8.2 AnwIAMANBAILYRIISATIZN

Tudautssanas 2559 uddeiildimuiisnswseusetsdmsunsnsiaaansiivandns
Tufiu dusunisiesgiansivanAenguessuniureains lawn dichlorvos (DDVP), methamidophos,
mevinphos, diazinon, omethoate, dicrotophos, monocrotophos, dimethoate, pirimiphos-methyl,
chlorpyrifos, parathion-methyl, pirimiphos, malathion, fenitrothion, parathion, prothiophos,
methidathion, profenofos, triazophos, ethion, EPN, phosalone &g azinphos ﬂﬁi:ﬂ@@%ﬂﬂh%@%U
laun alpha endosulfan, belta endosulfan, endosulfan sulfate wazngulninsesa Laun lambda
cyhalothrin, permethrin, cyfluthrin, cypermethrin, fs-Fenvalerate, wae¢ deltamethrin Tnglgwnalas
wnnsfmudnuuaaninswnd 33n1satnfuazdnulaiuiainisues QUEChERS Ao Tnanisds
feg19au 10 n5u ldlunaeawudaianatadnuuuliniUa auia 50 Haddns RuAvinazatsesdlnlu

1958 10 88335 Wwe1eede 1w 1y 1 nfuveddameunastse ( NaCl) wag 4 nsuvaanuniidey
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Fawln ( MgSO4 ) LwgnneLA3enaNas ( vortex mixer ) 1 undt uazanldiniesdumissnuiiogs
4,000 rpm U 5 WA @ﬂmﬁazma%”’uuu 1 fadans ldlunasmauiianarafinwuuildUn vuin 2
faddns Wevilsidhodwazeralasnisidu 150 Sadnfuveuunii@oudan wag 50 fadniuves
orimary secondary amine ( PSA ) lugnéieiie 1 undl iwendneiadesnanans ( vortex mixer ) 1 wdi
ihanldindesdumissnnuiags 4,000 rpm wiu 5 wiit geawlatuuulaluriadiedisua 2

fadans et lUins1erianiening GC-MSMS
8.3 Aaszvimaienisiaszinazanuluidunse (range / linearity )

fortified sample blank NAFBUAITUINTFIUNANTEAUAIUINTY AD 0.005, 0.01, 0.05,
0.1, 05, 0.7, uag 1.0 lulasndurendy anududuay 3 91 tinan1sinumnaedswazadieansiy
1A FEmineAnuduvesasiInsgIu (ppm ) funisnevaussueuaed ( response ) Ingld
P399 GC-MSMS wagfinnsanarundudunsdlasnisimnamadissansavduius (r) Tagen r fiog
TuinauaieeusuaLABInNnd1 0.995 INNTABMAFBU WU A1 r Bgluyae 0.9950-0.9986 s¥AUAIIY
Wudu 0.005 - 1.0 lulasnsuaansua09n153LtAI1ERUSUIUEIITNNANS 8nLIU methamidophos,
mevinphos, omethoate, dicrotophos monocrotophos, dimethoate, alpha-endosulfan, azinphos

wag cyfluthrin FedslvimdudssanSanduius () luauinue

A1579 4 LEnIAN range / linearity U09N15LATIERE1TYANANS 32 wllalagldin3os GC-MSMS Tu

F0E19AU

substances to be analyzed range (ug/g) r
methamidophos 0.01 - 1.0 0.9962
dichlorvos 0.05-1.0 0.9873
mevinphos 0.01-1.0 0.9945
omethoate 0.1-1.0 0.8758
dicrotophos 0.01-1.0 0.9912
monocrotophos 0.05-1.0 0.9583
dimethoate 0.01-1.0 0.9578
diazinon 0.005-1.0 0.9952
parathion-methyl 0.005 - 1.0 0.9953
pirimiphos- methyl 0.005 - 1.0 0.9950
fenitrothion 0.005-1.0 0.9973
malathion 0.005-1.0 0.9978

chlorpyrifos 0.005 - 1.0 0.9972
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substances to be analyzed

range (ug/g)

parathion
pirimiphos
methidathion
alpha-endosulfan
prothiophos
profenofos
beta-endosulfan
ethion

triazophos
endosulfan sulfate
EPN

phosalone
lambda-cyhalothrin
azinphos
permethrin
cyfluthrin
cypermethrin
fenvalerate

deltamethrin

0.005 -1.0
0.005 -1.0
0.005 - 1.0
0.005 -1.0
0.005 -1.0
0.005 - 1.0
0.005 -1.0
0.005-1.0
0.005 - 1.0
0.005-1.0
0.01-1.0
0.005 - 1.0
0.005-1.0
0.01-1.0
0.005 - 1.0
0.005 - 1.0
0.005 - 1.0
0.005 - 1.0
0.005 - 1.0

0.9952
0.9965
0.9951
0.9742
0.9958
0.9956
0.9975
0.9959
0.9951
0.9975
0.9962
0.9965
0.9952
0.9937
0.9986
0.9711
0.9969
0.9953
0.9981

8.4 AAT1Z9MIAT limit of detection ( LOD ) uag limit of quantitation ( LOQ )

Ing fortified sample blank NAEBUAITUINTFIUTEAUAIMTUTUAT TI1UIU 10 91 WA

gl suunInggIu (SD) vasrnududunguala AuiamiAl LOD waz LOQ lanan1unisia 5

wuadrulng larn LOD 0.003-0.005 lulasniudensy way LOQ 0.01-0.02 lulasniudensy sniiu

mevinphos, dimethoate, phosalone 1a@1 LOD 0.01 lulasnsusansu waz LOQ 0.05 lulasnsusionsy

methamidophos, dicrotophos, monocrotophos, alpha-Endosulfan, azinphos, tag EPN la@1 LOD

0.02 lulAsnsusensa uaz LOQ 0.07 lulasniusensy uenaniumuin omethoate A1 LOD, LOQ i

g9 fi 0.40 lulasnSusiansy wag 1.00 lulasniusiansy anuddu

M54 5 LaneAn limit of detection ( LOD ) @z limit of quantitation ( LOQ ) U83n15tATIZ a5y

aneng 32 wialagldiasos GC-MSMS lufogany
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concentration (ug/g)

compounds

LOD LOQ
methamidophos 0.003 0.01
dichlorvos 0.02 0.07
mevinphos 0.01 0.05
omethoate 0.40 1.00
dicrotophos 0.02 0.07
monocrotophos 0.02 0.07
dimethoate 0.01 0.05
diazinon 0.003 0.01
parathion-methyl 0.003 0.01
pirimiphos- methyl 0.003 0.01
fenitrothion 0.003 0.01
malathion 0.003 0.01
chlorpyrifos 0.003 0.01
parathion 0.003 0.01
pirimiphos 0.003 0.01
methidathion 0.003 0.01
alpha-endosulfan 0.02 0.07
prothiophos 0.003 0.01
profenofos 0.003 0.01
beta-endosulfan 0.003 0.01
ethion 0.003 0.01
triazophos 0.003 0.01
endosulfan sulfate 0.003 0.01
EPN 0.02 0.07
phosalone 0.01 0.05
lambda-cyhalothrin 0.003 0.01
azinphos 0.02 0.07
permethrin 0.003 0.01
cyfluthrin 0.005 0.02
cypermethrin 0.005 0.02
fenvalerate 0.005 0.02
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concentration (ug/g)

compounds
LOD LOQ

deltamethrin 0.003 0.01

8.5 AATITHMIAIMMNLLUL ( accuracy )

~ LY v

Ing fortified sample blank nAaaUAITUINIFIUNTEAUAMUTNTUN B TUYIlHIU o
0.01, 0.1, waz 1.00 lulasnfusiondy arududustieton 7 91fian1nznismaaouifiontu Ussiiu
accuracy 91nA1 % recovery wazinlUiUSsufsuiuinamives codex msveusuilurasasnning
e wiaazednluenms linan1sussdiu accuracy 9INA1 % recovery MINANTIY 6 WU T
anududuszausn 0.01 Tulasnsudendy 18e % recoveries ag/lugae 30-120 Psziuauduty
sefuna1s 0.1 lulasn3usonsu 161 % recoveries aglutiag 43-150 uaginudutusziugs 1.00
lulasnSusionsu lad1 % recoveries ag/luyae 70-112 auddu eniu omethoate llaunsanian

AMUwUle Li9991nATes GC-MSMS llanusansiatalea

A1919 6 WARSAT % recovery UBINITIATIERENSNEANANN 32 YialagltiaTes GC-MSMS Tudpgneiuy

% recoveries (n=10)

compounds
0.01 pg/g 0.10 pg/g 1.00 pg/s

methamidophos 50-60 65-94 74-99
dichlorvos 40-50 62-68 61-72
mevinphos 70-80 73-90 92-111
omethoate 0 0 0
dicrotophos 30-61 35-58 104-110
monocrotophos 40-60 43-66 67-72
dimethoate 40-60 110-150 83-120
diazinon 60-70 70-85 84-97
parathion-methyl 60-70 59-79 76-97
pirimiphos- methyl 70-80 71-80 84-100
fenitrothion 50-60 74-77 84-97
malathion 50-60 57-68 82-99
chlorpyrifos 60-100 75-102 89-99

parathion 60-70 69-76 76-97
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% recoveries (n=10)

compounds

0.01 pg/g 0.10 pg/g 1.00 pg/s
pirimiphos 60-70 69-80 72-98
methidathion 40-60 55-78 76-94
alpha-endosulfan 40-120 52-78 64-115
prothiophos 60-80 68-77 89-99
profenofos 60-70 62-74 69-104
beta-endosulfan 60-120 79-91 102-113
ethion 40-50 68-76 87-100
triazophos 50-60 60-80 86-106
endosulfan sulfate 70-80 83-95 108-120
EPN 50-60 57-64 91-101
phosalone 40-50 55-72 70-75
lambda-cyhalothrin 60-80 51-68 74-95
azinphos 50-60 56-68 85-112
permethrin 60-100 66-90 74-110
cyfluthrin 103-134 105-136 123-154
cypermethrin 60-100 60-73 89-95
fenvalerate 50-118 68-79 85-97
deltamethrin 50-70 48-65 70-88

8.6 AT1TUMIAIMMULTNGY ( precision )

1ng fortified sample blank wmaaumimmgmﬁizﬁummLSﬁaJGfJ’umstuszhﬂ%’mu A 0.01,
0.30, way 1.00 lulasnSumensy Amnuluduagnatay 7 g7 Usziiu precision lngld HORRAT (Horwitz’s
ratio) 21nA1579 6 WU daulugfliAn HORRAT < 2 Farnunasiniseeudu enviu methamidophos,
mevinphos, dicrotophos monocrotophos, dimethoate, alpha-endosulfan, azinphos &g cyfluthrin
%A1 HORRAT > 2 @alalinunausiniseandu fiszduanududu 001 lulpasndunensy waz 0.30

lulasnsusansy AuAIsIe 7

A1519 7 WAAIAN Precision 989015 bASIENANTREANANG 32 sialaglaasas GC-MSMS Tuseaegnafu

Concentration (n=6-7)

Compounds
0.01 pg/g 0.30 pg/g 1.00 pg/g
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%

%

%

) HORRAT ) HORRAT _ HORRAT
recoveries recoveries recoveries

methamidophos 40-60 0.5 62-91 0.7 74-99 0.4
dichlorvos 40-50 2.1 70-76 0.9 61-72 0.9
mevinphos 60-80 2.2 73-90 0.7 92-111 0.8
omethoate 0 0 0 0 0 0

dicrotophos 30-61 2.5 35-58 2.3 104-110 1.6
monocrotophos 30-60 2.2 33-68 1.4 67-72 1.7
dimethoate 40-60 2.3 110-120 1.7 83-100 1.5
diazinon 60-80 1.6 70-85 0.3 84-97 0.2
parathion-methyl 60-80 1.7 68-82 0.4 76-97 0.5
pirimiphos- methyl 60-80 1.6 76-88 1.3 74-86 1.5
fenitrothion 60-70 1.8 67-72 0.7 82-110 0.7
malathion 50-60 1.4 60-87 0.6 72-89 0.4
chlorpyrifos 60-100 1.7 73-108 1.2 89-110 1.1
parathion 60-70 1.2 61-74 1.1 72-79 0.8
pirimiphos 60-70 1.2 70-88 1.2 70-110 2.0
methidathion 40-60 1.5 60-78 1.2 76-94 0.6
alpha-endosulfan 60-120 2.4 60-120 2.2 74-112 1.8
prothiophos 60-80 0.8 72-79 0.3 79-99 0.5
profenofos 60-70 0.5 60-75 1.3 69-104 0.9
beta-endosulfan 70-110 1.3 73-87 1.1 102-113 0.8
ethion 50-60 1.5 75-84 0.4 87-100 0.4
triazophos 50-60 1.3 60-80 1.2 76-110 0.9
endosulfan sulfate 70-120 0.8 83-95 0.5 88-109 0.4
EPN 50-60 2.3 57-64 1.8 65-76 1.9
phosalone 40-50 0.9 60-72 0.4 70-75 0.5
lambda-cyhalothrin 60-80 0.8 73-86 0.5 74-95 0.4
azinphos 50-60 2.0 50-67 2.2 85-112 1.8
permethrin 60-100 0.7 76-90 0.5 74-110 0.3
cyfluthrin 50-74 2.1 65-128 1.8 68-122 1.5
cypermethrin 65-100 1.2 60-78 13 74-91 0.8
fenvalerate 50-118 1.8 69-85 1.2 75-85 0.9
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Concentration (n=6-7)

0.01 pg/g 0.30 pg/g 1.00 pg/s
Compounds
% % %
HORRAT HORRAT HORRAT
recoveries recoveries recoveries
deltamethrin 50-70 1.9 50-78 1.8 74-82 1.0

9 dyUNaNIIMNARBILAUBLAUBIUL

35113 QUECKERS (Quick, Easy Cheap, Effectine Rugged and safe) 1Ju3snsadiasesiansiiv
anAtsfisasildarsiaiivaziniosleonldgeeindudouaiuisansiadmsiziaistanaevie
(multiresidue method) waztuiduinsgiu Inefinsimuiegeneiiios wazluasuszwmaiinisldiu

| | o & ad = aq Yo = ) v ) a ¢ o " a Y]
2g19wnsnae 3nTuAsulanlnunumege Ui US Ul LN duAUNISASIATIZIR0819R Y TAgN1SH
feg19du 10 nSu lalurasawuiianaradnwuuile1Us vu1a 50 1adans Wudlvinazatsosalialy
1058 10 f9dans el 1 w19 Wy 1 nSuvesleiisunastsa ( NaCl) way 4 nSuvaakuniidey
Fawn ( MgSO, ) 1uEdaeLATaINaNans (vortex mixer ) 1 w1l wazthuildnIasdumiasnnugage
4,000 rpm U7 5 w19 AnENTazatetuUN 1 1adans lalunasmauaNinaradinuuuiniUn Yuin 2
a aa dl' o Y v 1 a a a U a a U a a U
Naadans wavinlviiegsazenlaenisiy 150 Dadnsuveakunii@eudanm wag 50 aansuvas
primary secondary amine ( PSA ) 10g1078i0 1 W19 L[WE1A18LATOINANAT ( vortex mixer ) 1 U1
danldiaieslumisaninuidags 4,000 rpm w5 uiil gadiulatuuulaluvindiedisvuin 2

Nadans et lUAAT1EY28LA589 GC-MSMS

= = % adada 6 a v 1 I3 v} I3 a
finsfinwiauaneueveidinsgiasiivandanguessunlurleanasa sosunlunaoiu was
n3nseen luf A M59980ULTINITITIIU ANMUFUNUSITAAUATI VATINALUNITATIONU VAT LUAIT

'
aada o 1

SoBausunas anuudy wazanudiss aelddeulvve IsfnawInuIgsmsldnu auduiusids
Eunsad Ao 929 0.005-1.0 Tulasnsusensu 17 ArduussanSanduius (1) uannan 0.995 sl
methamidophos, mevinphos, omethoate, dicrotophos monocrotophos, dimethoate, alpha-
endosulfan, azinphos waz cyfluthrin Fadsliandulseansanduius (1 liunas Ins1invesnis
M33any (LOD ) Henaglugia 0.003-0.005 lulasniusensy Indninveanisuidelsunm (LOQ ) e
agluya9 0.01-0.02 lulasnfudeonsu nLlu mevinphos, dimethoate, phosalone a1 LOD 0.
lulasnsudansu wag LOQ 0.05 lulasnsusansy methamidophos, dicrotophos, monocrotophos,
alpha-endosulfan, azinphos, kag EPN laa1 LOD 0.02 lulasnsudensu way LOQ 0.07 lulasniuse
n%a uenantuNUIn omethoate ke LOD, LOQ ﬁqq o 0.40 lulasnsusonsy wag 1.00 lulasnsu

o o 1 I

fansu NMsmAANkiuliAINITIINdUANLINaNsivanATATNTUsEAUATiA10gludag 43-
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150%, ﬁﬂ’nmLsﬁusﬁuizéﬁ’uﬂmﬂﬁmmiﬂmé’uﬁumagjlu%ha 43-150%, LLanimmsﬁmﬁmzﬁuqﬂﬁm
Asndufumieglutig 70-112% audieslagld HORRAT Uszifiudteglugig 0.2-1.9 sariy
methamidophos, mevinphos, dicrotophos monocrotophos, dimethoate, alpha-endosulfan,
azinphos wazcyfluthrin TiiAn HORRAT > 2 Felddnunasiniseeusu Aseduainududuy 001

Tulasnsumansy wag 0.30 lulasnSusonsy

10. VBLEUDLUL

aa A

WNlEnsondeg19aud1sqy Selimungandun1sng199LAI1E%a@13 methamidophos,
mevinphos, omethoate, dicrotophos monocrotophos, dimethoate, alpha-endosulfan, azinphos

way cyfluthrin Fedndudaslsuds wasuSuanimaias GC-MSMS A1 eilimangausaly
11. mMsdwanuIdgluTduselovi

10.1 T Uu3Biaseiunsgiu venguiauinisasiaeuiivwazJadenisndn dam.2 e
i lldlunistiusnisnisnsiadnsigsiansiivan Aenguessniluresine easniluaasiu wazlng

NI0UNLUAIDENIAU

10.2 1lun1599n135U509AINAINIT VR RIU UANITAUNINTFIU ISO/IEC 17025 T
22799113505993AT lUMIN1I09deuANlTlAve935 wasneaauAINTIUIYUR Bl JURNS

ADUILVDNNTSUTDY

12. 19NA15919949

L A ¥

novingiifiy. 2544. ANUTNUFIUNTIATIEIRMAMLAzEN IR ST AN IIngifiun1TINYRS.

Y

'
U a v L !

lnansivnisUszneunsusseglumsiineusndming didniseuasiannainunsuni 1-
8, 14 - 19 flu1pAu. NTIYINITNLAS.

U3n wnuiies Usefie uames wagidn wedana, 2547, msvudeuvedlaveinlufiuuasfivemsly
Usemelng, Msanshiuuase. 26:31-36

L4

W3 nevana u,azzjs?mé aasmawg%mé,ZSﬂfz, miﬂizLﬁmm'1:uUuLﬁauﬁuaqm@iﬂawwﬁﬂiuﬁu, CUEGRE
Aunazle. 21:71-82

Fnassa fatien, 2549, WU URnIaaeuAUgNABIresisiiATIEinIuAll TnevieslJURnsiAes,
NSIINYIFNAATNITUNNE  NTENTIAITITUEY

Anastassiades M., SJ. Lehotay, D. Stajnbaher, and FJ. Schenk,. 2003. Fast and easy multiresidue

method employing acetonitrile extraction/partitioning and dispersive solid-phase extraction
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for the determination of pesticide residues in produce. Journal of AOAC International 86:
412-431.
Codex. 1999. Recommended Methods of Sampling for The Determination of Pesticide Residues
for compliance with MRLs ( CAC/GL 33 ). 18 p.
EURACHEM Guide, 1998, The Fitness for Purpose of Analytical Methods ; A Laboratory Guide to
Method Validation and Related Topics, 1st ed., Available from internet
:http://www.eurachem.org/images/stories/Guides/pdf/valid.pdf, cited Jan. 2013

13. AANUIN



F989819 fiu 10 +0.050

l

WY acetonitrile 10 ml

l

e 30 U

l

L#4 4.0g MgSO4+1.0g NaCl

l

Wwendle 30 U, vortex 30 U9

l

11U centrifuge 4000 rpm 5 W1l

l

anansazateaiula 2ml Td viaen centrifuge tube vwIm 15ml

l

WU 150mg MgSO4+25mg PSA

l

Wwendla 30 U, vortex 30 U9

l

1l centrifuge 4000 rpm 5 W1l

l

NI0INIU syringe filter UM 0.2 um

l

1d vial vu1m 1.5ml

l

IlUAATEiEeAIes GCMSMS

AMNEUIN 1 A5N5aNAMIBE19AUNFALUAIL191NI5U89 QUECHERS (2007)
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