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ae/lug24 0.03-0.2 fiadn3udanlansy ANNWNLUIAIFIE % recovery BElUEI 64.2-118.6% ANNLTIEY WA
HORRAT agluzhi 0.1-1.3 uananiiu tilalinnuamumsaimaands I isiwanniululdansiensimsad
miadaginluedasiuiandauaskalsl Taud ihdu S huedsan hiuiia washinwa lsiaiiaau q fiswhe
luangamwanuasuasUsumma 1y 100 Moen wamsdTIInuMIanAzasaslunguaaimiunaanasa
mﬂﬁzjm @@ chlorpyrifos, ethion, pirimiphos-methyl waz profenofos Usinausausiiaeni 0.03-1.22 faan3u
aanlaniu ssnauasduenilninsaadaranuiiieasdiedda cypermethrin Usina 0.04 fadnsudailansu
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AaLAALABT0alEDA drethaamem Fnfiuduasd heliiwssadsdsaalaagiaue mlissuy
Fudeind uazllasfulsausianeio © dwsuauiligeuiulssmuinualilagnse fmansoduadasiu
dhandnualiunuld luthgtunssuamastmbinualimaslduamuismniuagmnniligueimg
Tnzmnmsliuandennmsdulssmudinualyl anufnasasfuilaafedastuananissasalumsuiloa
fdnualian da maananzasnaeimiadagiy duluiedudayadmiugusinauazadnanudula
Juadasduihandnualadiy fanudasadedagumw dinauniwuazanulaaasonims
nsWinenenaasmaunng nssnyassoigy Tugaed w.a. 2549 Seldnenuramsmiiiumshsanissdu
fnndnuasualsl Mvwe 54 daehe Wudateauda 38 dein wosiludoiuiithunszuiumande
wazussalumuuzAlaaiin 16 fet iipasvlNsiUinamsandseasnaeiimiadagii nquaasmiu
Aaa3u nguaasmMiunaanasa nguaIdaeNzRlnENIaEs LazNgNAITUILNG KAWUENIANAN 17 DL
slul,ﬂ%,axiﬁluﬁzuaﬂ laun &5 endosulfan, chlorpyrifos, parathion-methyl, ethion, cypermethrin,
carbaryl uaz carbofuran udliwumsandeluaiasduiishunssiaumandauasussglumausilaain
winnnuluilidedy dinnueaznssunmsaimauaseldifudiagueiasduihandnualal
fikunsnnumsndauazussglumsusloain danadlengiiidingumwuazanulasadoems
10w 21 et wazdaealum M 9 dathe wanuhlifimsandseasmaeiimiadagiilueiosiu
iinualimndage winumsandlulumannu s dag udsmniuwuhdslifimsnenudayans
andsmasmaaiilostumiadasiiglueiasduihandowaliias tagiumseiiasiuiiadagiedin
fiunummamainsasageneene Fdasiauianuiadoyauiinamsiniduesmsiaiiletuiia
Fagigiifiunlingaaunnd 910dayau09n91321M9NBAT NTENTNINEATLIZIUNTAINUTY 521719
U 2540-2553 Ussinalnaimaindheasansiaiiflesiuidadagieannds 120,000 au @ nnmavssiiiv
299 World bank w8z Food and Agriculture Organization of the United Nations (FAO) giﬁ’LﬁU'j”l
Usznalneiimslimaniilasiuiiadasiisiiongsnhusamaivannuddard wasndmnni 2553 daantiu
ammuneadasvaslanidsuuadly wnTiumsldmaeiitlasiumiadasiefgiu Ussennaiisauathmo
Sdasiimawanndiushe 4 ilaliiAeemnuaugaiuanudasmsamasestsznnsidisannau Saiimsldiand
fimsldmanfiiemiaunasdagity iamslumsiunandomemsinees imsléas deltamethrin ©
Faudumaniimiadasisildnumiagiaaiiatasiulsaldidaassnidudsindumeduamssugy
aaiamsandelusandamimaneasitnuilaald warendwanssnudaguamweindisuasguilag fide
seldaszmindiuemuadnpastammani selainmsdnm Uuwesiannizanadensdaseiilesiumin
Fagirlundasdumnndnualsl ienaumdsiduilioues disiduildonsiensiiuy Huis PAM s02
GC ECD, PAM 302 GC FPD © asiailuazdvhazansdunadilalusunaumsanaiiusinaaauienn
amdsnanssnuaagumwrasiUuanulussezeny ldmadia liquid-liquid partition ﬁaqﬁwiﬁu‘%qw'§
Toamaniuaadul florisil TunauMsaRaEILIL 80119 waste solvent ALAGINMIEAATUTIIHNN

wazly chlorinated solvent Humszlumsman aatidelawannislaansusuis official method AOAC
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2007.01 BaUMBMIANINANNTATiTasiumdadasizld 20 #iia Tu matrix dnualidhe 13
GC/MS 1835289 Anastassiades M. uazaae lull 2003 Tianinsoanadenzdansnn 49 #ila laun
nauaasmlunaaiu 20 #ia nanaasmlunsanads 21 ¥ila uaznguansdaanzlninsasd 8 #iia lu matrix
wdashniivhaninualilosmsifiunds NaCl asaiensiaieinis GC-pECD waz GC-FPD o
wansilaiuguiifiagluas fiamsuazdriiumamasauanugndawasizaanan Waldisiimansay
Hlansiluenviensinnsanmeasmaeitasiumiadasiglueiasduihnninua liinaiadude
wozsiaussylumaustlaain welinnuanumsadimsandauazdnmuansenudamsldsuasaaly

Togvhmsduitumadluangunnamuasuazuama Tull w.a. 2558

msmﬁuazmimmgm

d13LAH : acetonitrile PR, glacial acetic acid AR, n-hexane PR, ethyl acetate AR, magnesium
sulfate anhydrous (MgSO4) AR, sodium acetate (NaOAc) AR, sodium chloride (NaCl) AR,
11naY, Dispersive SPE 2 ml; %1ia# 1 Pigment sample AOAC Agilent Part Number: 5982-5222
(MgSO4 150 mg, PSA 50 mg, bulk carbograph 50 mg) ¥ilafl 2 Fat + Pigments AOAC Agilent Part
Number: 5982-5421 (MgSO4 150 mg, PSA 50 mg, bulk carbograph 50 mg, C18EC 50 mg)

d1531053 U ¢ msmmgmﬁzwmL‘Tjuwamﬁmﬁwm Dr. EhrenStorfer Zuiluziiaiien

ﬂa;uaai‘ﬂﬂuﬂaa%u (organochlorine compounds) OCs MUY 20 &5 lown aldrin, O.-BHC,
Ol-chlordane, Y-chlordane, oxy-chlordane, pp’ -DDE, pp’'-TDE, pp’-DDT, dicofol, dieldrin,
endrin, Ol-endosulfan, ﬁ—endosulfan, endosulfan sulfate, heptachlor, heptachlor epoxide,
hexachlorobenzene, lindane, methoxychlor tas tetradifon

najuaa%nﬂuvslaaﬂa'%’a (organophosphorus compounds) OPs auu 21 &9 loun acephate,
azinphos-methyl, chlorpyrifos, dichlorvos, diazinon, dicrotophos, dimethoate, EPN, ethion,
methamidophos, methidathion, mevinphos, monocrotophos, omethoate, parathion, parathion-methyl,
phosalone, pirimiphos-methyl, profenofos, prothiophos w8z triazophos

NENEIFUANH IW3N5886 (synthetic pyretroids) SPs 911U 8 &3 laun bifenthrin,
cyfluthrin, lambda-cyhalothrin, cypermethrin, deltamethrin, fenpropathrin, fenvalerate

waz permethrin

m‘%mﬁauazqﬂnstﬁ

LA39FIANNBZLBEA 0.001 NIN FMSUFIFIRENY LASETIANNAZIEER 0.01 NaANSH dmTU
°fi"qm'smmgm iadasilunnaznau (centrifuge) ANNEITAU 3,500-4,000 BUADUNT LAZBITLMEETAZANY
wuv heating block wazldudalulasaulumssemeasana Lﬂéawyuﬁuwaumsazmﬂ Vertex-2 Genie,
micropipette 2110 2-20 ul, micropipette 2119 20-200 pl, micropipette 2U1» 1-10 ml, amber vial
2110 8 ml, centrifuge tube YU 50 ml ez 15 ml, volumetric flask U110 500 ml, 25 ml L 10 ml

e pasteur pipette
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3asiiannaiariiouasSanm

wiasudalasaninnsw : GC-HECD Agilent Technologies 6890N #iia column: DB-5MS,
30 m, 0.25 mm id, 0.25 um film thickness i temperature: inlet i 200°C, splitless mode oven
ﬁ initial 80°C hold 1 min, rate 15°C/min to 180°C, rate 3°C/min to 205°C hold 5 min, rate 40°C/min
to final 260°C hold 20 min, detector ﬁ 300°C, flow rate: helium, constant column flow 1.5 ml/min,
nitrogen (make up) 60 ml/min, injection volume: 1 ul

w3nauialasinTnnsW : GC-FPD Agilent Technologies 6890N %ila column: DB-1701,
30 m, 0.25 mm id, 0.25 pm film thickness, temperature inlet i 200°C, pulsed splitless mode: pressure
30 psi, purge flow 60 ml/min, purge time 0.8 min oven i initial 80°C hold 1 min, rate 15°C/min to
180°C, rate 3°C/min to 205°C hold 5 min, rate 40°C/min to final 260°C hold 20 min, detector
220°C, flow rate: helium constant column flow 1.5 ml/min, nitrogen (make up) 60 ml/min, hydrogen

75 ml/min, air 100 ml/min injection volume: 2 pl

a1

Tumsnagauanuldlazedd lddagrandSeiiliifiasuniuniaiailndiussniasgiu
(blank sample) L?Jué’hLmucﬁ'aathqﬂa;uﬁwﬁﬂwalﬁ (representative matrix) l#aiaeeUssanm 2 505
‘fibﬁLL‘Li\‘lG'f'JaEh\ﬂu centrifuge tube a8z 10 NSN (analytical portion)

Tumsdnalsnamsandasmsiaiilosfuiiadagity Juiudagaeiasduauaaiiy
nnHudsuouurdeamatie siaar 2 dethe uaseiasduiitunssiumswaauazussslumuusiaain
udetennglulafinsinaviaduazeinie aiiaas 2 dathe Nnwangmwa wazsuuma uisaaniiy
5 n&juﬁuﬁ ﬂ&juﬁuﬁaz 20 BEN ﬂ&juﬁuﬁﬂiznauﬁamwdw 7 il

nan 1 Yanunudagwis duiusid wszues ade wanln Guues HEm3 Unaiy wezne Jann

ARBAUAY TINT EIUUII UNIN UNADUYAN LALAIDITY
gy 2 UNWae suy3 uinantes unnanlvgl Trysee Mieiy ediu aaunes 1iag
UNZUTIEY UNUBY UNUA YUBILTN WaZNIIRNN

naN 3 aawi Teny uenst denugy Saunan wislows v wazlsena

naw 4 selvn AaBIENY MUBRen Huy3 Aunen aensela wazunuell (wwzdineliss

=

)

Nax 5 VU NANE 303n3 AaULiles uunys (emzannatiias nnda vy wasuetime)

AN N Ltazﬁ’muq

fhathandasand 5 #ie ldud 1S thds 1huedsen hudis wazthinuals 319 (hingn
huziame ﬁwm;:u Ltamfﬂuﬁaun) SINNA 100 FI9ENs HaEnIazlszana 500 HaAANS
MsnmIsuaznmsnadauanalilevadis
FFATIEH (Extraction)

Faghaghaihmiin 10 n¥u asly centrifuge tube 2110 50 §adans Hx NaCl 1 n3u @
acetonitrile + 1% acetic acid 10 183805 WEAEIUS 1 W PTG MgSO, 4 N34 waz NaOAc
1 n¥n udwh 1 Wit hluiluanaznaudsamuEiUszana 3,500-4,000 sauUGaNT WU 5 Wi Nt

wismsanadiulanlaUszana 6-7 fadans ldlu centrifuge tube 210 15 Hadans uailU clean up
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Taansiiy Dispersive SPE Pigment sample AOAC Agilent Part Number: 5982-5222 (MgSO4
150 mg, PSA 50 mg, bulk carbograph 50 mg) (Fwiudethanuaisaauazinlutiun cean up
Teamsiin Dispersive SPE Fat + Pigments AOAC Agilent Part Number: 5982-5421 (MgSO4
150 mg, PSA 50 mg, bulk carbograph 50 mg, C18EC 50 mg) mnﬂ?umeh 1107 Ltﬁaﬁwlﬂﬁumﬂmzﬂau
FeanuEIUsEann 3,500-4,000 S0UABINT WY 5 Wt Huasanadla (ssazansduun) 5 Taaans
1dlu amber vial 2110 8 fadans lusuwmeanUSinasauifiouuis uaUsSudSinasmeaasazaaua
n-hexane: ethyl acetate (3:1) UASU 1 Fadans LOANNINTUMIBEN 5 NSNADNAAANT WAl U
AinniriiauasUiinanaeiilastumiadagizandedainios GC Tagasngy OCs wazans SPs
datiadesudalasininnyu : GC-uECD duansngu OPs Aahiadssudalasininngw : GC-FPD

1385190573531 (Calibration curve)
a1331A33UnaN OCs uaz SPs wdenfinnuNdy 0.025, 0.05, 0.2, 0.8 war 2.0 lulasniu
fafiadanslu n-hexane thasazmeluiiagh GC-HECD ahannnanasgiusswieamaudaguiuiud
I&ite sunamnedulseansandunussasiiasa (Pearson correlation coefficient: r)
d153a3gIunan OPs R i e Nt 0.025, 0.05, 0.2, 0.8 Waz 2.0 WIANSNADNIFINT
Tu matrix 1e3s thasazmeludadh GC-FPD adnnnvmnaspusswivanududusuiuiilaia

MU T

11531A31% Method blank wagz Matrix blank

Method blank: afamudsinaunlaeldinngy 10 n¥y unudiage uaz matrix blank:
afamudsnwan (7 @) Teshidseilaiinsanarewasarsiaula 059951A518W method blank
w8z matrix blank LiansradausssUMUTimRINNNTseinsaisthiadinansznudamsIaEw

watlasnuanuiawaaniazulumsnuunsiiowazUsinuas

MIMAANNAVBINITATIANY (Limit of detection, LOD)

noaaulagmsinasnnsgiungs OCs, OPs wuaz SPs fiemungue q aely matrix blank
MU Signal-to-noise (S/N) 2aa5uAaznUa @hmmﬂ%mmmsmmsgmﬁﬁﬂﬁ'ﬁﬂﬁmmgqmnndﬂ
3 whaae S/N wazAnauENTudathusniag

MIWTANNAVBINITINBIUINIY (Limit of quantitation, LOQ)

noaaulagnsdnasnnsgiungy OCs, OPs uas SPs Aenudiudulszana 3 whaese LOD
alumeee blank sample ¥NsaNe wazdwNeaiauazUSuaauu 7 # muanUSinaniiau
AUENININIFIUUEIANUIN % Recovery, % RSD waz HORRAT

MInagaudNANMuEunsILarEIanIsIAIey (Linearity and working range)

WnaTazeasgU Ngn OCs, OPs uaz SPs lueiadn blank sample flssduanudutu
0.01, 0.03, 0.08, 0.15 WAz 0.2 HaaniudaAlansy mMsana uasienzviniouazUSinassiuas 3 o
annvinaspuseninanuduturasnsnasyuiinacludsgetuanududurasansinasgiu
fiasanu awmme
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NSNAFAUANNUNUUAZANNT B (Accuracy and precision)

maa‘um’mLLsJuLLazmmL‘ﬁ'mwaﬁ%‘[mamsLaumsasmﬂmmgm ngn OCs, OPs waz SPs
Tusaghe blank sample fiszduanugusuwihiu LOQ, 3 whass LOQ waz 5 whaae LOQ laud
AAMNTNTL 0.03, 0.09 AT 0.15 NaanINAATANTH MINAIGU TIMTIATNWIZGUAL 7 h fnulSina
WgUAUNTWETNATTIULEINUIN % recovery, % RSD uaz HORRAT Uszilunamsnadau anuuaiil
(accuracy) LLa::ﬂ’J’mL‘ﬁ'EN (precision) (fgunulnmIgaNsy ﬁhm?alsmaq recovery Turreseear 60-120 ©
war HORRAT (Horwitz ratio) #agni 2

mMsUszanam A litiLauYInIn5IAzH (Uncertainty) @
anuliuduaurasmsiadasailsdwnasanaliwivaunnunasiinansznuaamsie sy
WathinsnuLa Muamanu lsuiltauzenafistauanugasy 95% minauSinaasing legldmeanu

Nz (Co) Neulaan calibration curve NESNNNANNTFNWUSILHIN concentration NU peak area

msm‘uqmqmmwmamﬁmswﬁ

Internal quality control 3t@512% method blank, duplicate analysis waz spiked sample
lusgniumsiensinn 20 e Toamuuanaeiaansu method blank dasasialinussiiu LOD,
duplicate analysis MuIue relative percent difference (RPD) failaanin 25% waz spiked sample

fszau 0.15 AadnIudailaniu dald % recovery agludrunamizansu (60-120%)

We

wamanadauanldlduasizmaaniliensinaeiimiadagislueiasduiihandnualsd
Togl#hu3ufu representative matrix AsaUARNESNgN OCs U 20 #lla @1sngu OPs 1w
21 ¥fla waza1sngu SPs U 8 ¥ila WuIMTIATIZH method blank waz matrix blank a573liwy
sssumuiiiialngtumsinasyu Sehliliiedefionmelumsiensd antienzisenies GC meld
anmesfifvue wuhasns 3 ngu INsaanNUIAIPIUBIEsTuENANNENTY 0.025-2.0 lulasnIu
GaNaaaNT NA) r LYAY 0.990-1.000 @ LOD tnu 0.01 Tadnsuaanlansy @ LOQ AU 0.03 Jadnsu
dadlansu ManadauAMuLALLAzANNITiBwadITlnNiludaaildnmsunasgu (spiked sample)
TushathahiSafissauanudusu 0.03, 0.09 waz 0.15 Jasnsudanlandy sedUat 7 %1 HaMINATOU
nnngnasigranuluduasiwaznsldnulugdin 0.03-0.2 Fiadnsuaadlansu asngn OCs e r
T4 0.991-0.999 ANUUNLIN 9% recovery WA 3 seuagfluga 84.0-123.3% anuiisalsziiiudhe
@ HORRAT Tuz9 0.2-1.3 (miwﬁ 1) @5ngu OPs wuh den r Tuzdae 0.990-1.000 ANNUaUaIN
% recovery 1aBma 3 szduagluing 84.0-116.7% ANaiissszfiudiss HORRAT luzie 0.1-1.5
(mswﬁ 2) HaMINAFBUENINGN SPs Jen r 1ug9 0.993-1.000 ANNUNUIIN % recovery (A 3 SEe

aglug9 81.1-116.79% aNuneaUsziiinaisa HORRAT ludn 0.3-1.4 (9511 3)
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M3 1 ANNUAULEzANNINE BTN seiiMIndagianduaasmlunaaiu 20 #iia IeTed

STOURL 7 U

Spiked level 0.03 mg/kg

Spiked level 0.09 mg/kg

Spiked level 0.15 mg/kg

Compounds mean mean mean mean mean mean
result recovery HORRAT result recovery HORRAT result recovery HORRAT
(mg/kg) (%) (mg/kg) (%) (mgrkg) (%)
1. 0.-BHC 0.034  113.3 0.5 0.105 116.7 0.9 0.157 104.7 0.5
2. hexachlorobenzene  0.027 90.0 0.5 0.090 100.0 0.6 0.143 95.3 0.5
3.Y-BHC 0.031  103.3 0.5 0.103 114.4 0.6 0.158 105.3 0.4
4. heptachlor 0.031 103.3 0.3 0.106 117.8 0.7 0.150 100.0 0.7
5. aldrin 0.029 96.7 0.8 0.101 112.2 1.2 0.158 105.3 0.5
6. dicofol 0.028 93.3 0.4 0.083 92.2 1.2 0.140 93.3 1.0
7. oxy-chlordane 0.032 106.7 0.3 0.097 107.8 1.0 0.149 99.3 0.5
8. t-heptachlor-epoxide 0.028 93.3 0.3 0.108 120.0 0.8 0.154 102.7 0.4
9. Y-chlordane 0.035  116.7 0.4 0.102  113.3 1.1 0.150 100.0 0.5
10. OL-chlordane 0.031  103.3 0.6 0.097 107.8 0.8 0.153 102.0 0.4
11. Ol-cndosulfan 0.031 103.3 0.6 0.092 102.2 0.8 0.153 102.0 0.4
12. pp’-DDE 0.031  103.3 0.4 0.090 100.0 1.2 0.143 95.3 0.6
13. dieldrin 0.031 103.3 0.4 0.086 95.6 1.0 0.151 100.7 0.4
14. endrin 0.032  106.7 0.8 0.076 84.4 0.6 0.126 84.0 0.4
15. 3-endosulfan 0.037  123.3 0.4 0.123 82.6 1.0 0.147 98.0 0.4
16. pp'-DDD 0.032  106.7 0.6 0.099 110.0 1.1 0.155 103.3 0.2
17. endosulfan sulfate  0.036 120.0 0.5 0.102 113.3 1.3 0.158 105.3 0.3
18. pp'-DDT 0.035  116.7 0.5 0.095 105.6 0.9 0.164 109.3 0.5
19. methoxychlor 0.035 116.7 0.3 0.092 102.2 0.9 0.166 110.7 0.5
20. tetradifon 0.034  113.3 0.5 0.089 98.9 0.8 0.166 110.7 0.5
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AN 2 ANNUNULBLANNNIDNITIATEFasAMIadasignguaasnlunesad 21 ¥fiadwasd
5EOUaE 7 9

Spiked level 0.03 mg/kg Spiked level 0.09 mg/kg Spiked level 0.15 mg/kg

mean mean mean mean mean mean
Compounds
result recovery [ORRAT result recovery fyQRRAT Tesult recovery HORRAT
(mg/kg) (%) (mg/kg) (%) (mgrkg) (%)
1. dichlorvos 0.032 106.7 0.6 0.105 116.7 0.8 0.148 98.7 0.2
2. methamidophos 0.033 110.0 0.6 0.096 106.7 1.4 0.139 92.7 0.3
3. mevinphos -E &Z 0.035 116.7 0.1 0.097 107.8 1.5 0.151 100.7 0.2
4. acephate 0.034  113.3 0.5 0.100 111.1 1.2 0.144 96.0 0.4
5. omethoate 0.034  113.3 0.6 0.101 112.2 1.0 0.152 101.3 0.2
6. diazinon 0.028 93.3 0.4 0.089 98.9 1.4 0.147 98.0 0.2
7. dicrotophos 0.032 106.7 0.3 0.097 107.8 1.1 0.144 96.0 0.2
8. monocrotophos 0.032  106.7 0.3 0.104 115.6 0.8 0.149 99.3 0.3
9. dimethoate 0.035  116.7 0.4 0.101 112.2 1.1 0.144 96.0 0.3
10. pirimiphos- methyl 0.033 110.0 0.5 0.098 108.9 1.0 0.147 98.0 0.2
11. chlorpyrifos 0.032 106.7 0.5 0.100 111.1 1.1 0.148 98.7 0.2
12. parathion-methyl  0.033  110.0 0.4 0.102 113.3 0.8 0.140 93.3 0.2
13. parathion 0.030  100.0 0.3 0.094 104.4 1.1 0.148 98.7 0.3
14. prothiophos 0.033 110.0 0.8 0.094 104.4 1.1 0.126 84.0 0.4
15. methidathion 0.033  110.0 0.4 0.093 103.3 1.3 0.145 96.7 0.2
16. profenofos 0.033  110.0 0.6 0.096 106.7 1.0 0.153 102.0 0.2
17. ethion 0.033  110.0 0.5 0.095 105.6 1.1 0.156 104.0 0.3
18. triazophos 0.032  106.7 0.5 0.100 111.1 1.2 0.164 109.3 0.5
19. EPN 0.030  100.0 0.3 0.101 112.2 0.9 0.165 110.0 0.5
20. phosalone 0.033  110.0 0.5 0.105 116.7 0.8 0.164 109.3 0.2
21. azinphos-methyl 0.032 106.7 0.3 0.105 116.7 0.8 0.148 98.7 0.9
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#3173 ANNUNULAZANNLTNENIT I sIimAadagiiznanasduaziininsesd 8 uile
WATIEY SEAUAE 7 %

Spiked level 0.03 mg/kg Spiked level 0.09 mg/kg Spiked level 0.15 mg/kg

mean mean mean mean mean mean
Compounds
result recovery [ORRAT result recovery fyQRRAT Tesult recovery HORRAT
(mg/kg) (%) (mg/kg) (%) (mg/kg) (%)
1. bifenthrin 0.034 113.3 0.3 0.099 110.0 0.7 0.124 82.7 1.1
2. fenpropathrin 0.031 103.3 0.4 0.096 106.7 0.5 0.142 94.7 0.4
3. lambda-cyhalothrin  0.032 106.7 0.5 0.098 108.9 0.7 0.148 98.7 0.6
4. permethrin 0.026 86.7 0.4 0.094 104.4 1.0 0.145 96.7 1.0
5. cyfluthrin 0.025 83.3 1.3 0.073 81.1 1.3 0.163 108.7 1.4
6. cypermethrin 0.035  116.7 1.1 0.102 113.3 0.8 0.152 101.3 0.8
7. fenvalerate 0.033 110.0 1.0 0.075 83.3 1.0 0.123 82.0 0.7
8. deltamethrin 0.032  106.7 0.3 0.098 108.9 1.1 0.130 86.7 0.7

msuUszanameanubiwiveureimsanaiensyd usadliifiuissneldmsaaundulduasmsiaiiy
TaAinsanunasenuliniusuiiaziinansznudanmsasiadeszd laud enuliutiusuandanudagu
yaudag e laan calibration curve AINAIFIY anutissadiilars nuludessansam
285N 1AA bias WaUszanameanuliwiveurasmsnenulsnaiasanuas chlorpyrifos TuhelSe
USanes 0.45 Taaniudanlaniu azldmemulaiwiauaensfissauanuidasiu 959% (k=2) whiv 0.11 fiaan3y
@anlansu ﬁmhuwaqwéqmmlﬂuﬁuauﬁﬁwﬁfyﬁﬁwasiamsmoﬁnmw:ﬁ (MW 1)

Total 100.00
Recovery
Method precision
Standard conc.
Co

Final volume

Sample weight

0.00 20.00 40.00 60.00 80.00 100.00 120.00

Relative uncertainty (%)

[
[

P ' '] P pa ' a P . ¥ & a a
M 1 wrasenuliuiueuna e NinanamsasIAeTER @135 chlorpyrifos TuthuSaSinanasianu
0.45 NadnSNGDNLlaNSN
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HansalTInamsanagssastaimiadagiiziiuiu 49 oila lueIasdninenuald
U 100 G0N [urliaauan 50 Mo wazsiaussylumausUasiin 50 draege luwangaunnumuas
wazUSuamausnmulszinneiasdy wuhimsenmwssaseimiadagiizlueiseduauas o ot

a4 4 a a o ' o o A
(18%) UastAIIANMZUUITIUAEIN 3 620819 (6%) ITEasBaalunwi 2

vHaAuaA yialumyuzussgiaatin

i B :
W fedaiaze hiny

g hinnali8ug ahlniun)

L A

Muil 2 dadrunsasanumsananzasasieiiniadagiglutadasdnininua lilutrangamne

U

a o ° a o A
wazUInama U w.A. 2558 NUUNMNBUALATANAN

ﬁwﬁuﬁﬁﬂﬁuam WUMSANANYBNFS chlorpyrifos, pirimiphos-methyl, profenofos wag ethion
#ilaae 1 §oehe USinas 0.05, Uaendh 0.03, 0.08 uazteani 0.03 Haansuaanlansy mumey whdy
lumzuzussylaaiinwuas ethion Haend) 0.03 Nadnsudailaniy ﬁﬁﬁ]‘?ﬁ‘dﬁ(ﬂﬁzuﬂﬂLLa:ts[,uﬂW?iu::‘Ui’iﬁ!
Yaasinwunsanaeuaeans chlorpyrifos #iiaas 1 M10e19 USunaniaand 0.03 wag 0.05 Nadnsuaan lansu
muaeu thuadsaauaziruiy liwumsandsluedaduns 2 Ussan ludwwsuhidnusliniasy q
wumsandaluthluthuneiiaauas uas chlorpyrifos Gaud 0.03 84 0.18 FadnSudanlaniy 1 Madhs
Wuds chlorpyrifos 0.34 waz profenofos 1.22 Naansuaailansn 1 @IvE1N Wuas chlorpyrifos 0.05,
profenofos 188N 0.03 Uaz cypermethrin 0.04 Aaan3udadlansu 1 daethe wazthluthunlummue

u559Uaailin wuas chlorpyrifos 0.06 Hadnsneanlandy 1 G819 (19199 4)
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311 4 MInuunsliouasinamsieimiadagisnasanulumegudazaiio

#iiaAUda #liaussylumzustoain
#aMIBEN PMNOUY - NUY FluaazUINIU NIU NN sleuszdIin
ﬁv'wm ﬁmmwu (mg/kg) ‘*ﬁmuﬂ fiasaanu (mg/kg)
1},1691’3\! 10 1 chlorpyrifos 0.05 10 1 ethion < 0.03
1 ethion < 0.03
1 pirimiphos-methyl < 0.03
1 profenofos 0.08
“EWN%"Q 10 1 chlorpyrifos < 0.03 10 1 chlorpyrifos 0.05
Wuassen 10 Tawy - 10 Tdwy -
vheTuiiag 10 Tdwy - 10 Tdwy -
Weinwalaau 9 -
~ thilndm 1 Tiwu - 1 Tiwu -
Cthuzdema 2 Tiwu - 2 Tiwu -
- hagu 2 Taiwu - 2 Taiwu -
~hluthun 5 3 chlorpyrifos 0.03-0.18 5 1 chlorpyrifos 0.06
1 chlorpyrifos 0.34 ez profenofos 1.22
1 chlorpyrifos 0.05 profenofos < 0.03

waz cypermethrin 0.04

vanene : LOD winfu 0.01 mg/kg waz LOQ WU 0.03 mg/kg

a 4
AU

NNMIFANNATITWUTAE AOAC official method 2007.01 %30 QuEChERS (Quick, Easy,
Effective, Rugged and Safe) ® fimauthesusamsanaienziasiaiimiadagiizle 29 #iia Tu matrix
tnualsl Idud dnmavex adu wesdn uwazaniensideniswdalasninan uaanlasiivas
(GC/MS) Feanadiateais acetonitrile wazn13v liquid-liquid partition 14 MgSO, 4 n3u
Fuvanzdu matrix dowalyd udisinannauillduiuugdasld 35009 Anastassiades M. uazani ©
WNMSEHN NaCl 1 n§y Famsnzansy matrix te3ssdudivhandnualy Tagldnanms salting out
wianzhanluguaaumsh liquid-liquid partition tiasan matrix Wue3asdaiivhandneualal Geiihann
e 1ilUan co-extraction waqmimﬁﬁﬁmﬁ’mgﬁﬁﬁﬁ% (polar pesticides) ¥hl¥msuanszninagush
wawdu pesticides aau Aousnanaznauaanainliiinszansmmmsana (% recovery) geiu wos
USunlasuanldfuinias GC-pECD detector uaz GC-FPD detector Fufluaiasiiafiuguiiiogluag
Uiiams Taeflzeutheresmsnmaiwnsidueiasdunndnwalsl TaglihdSuiudunesdad
waziahinuenermsanTienziludathuaiads laun K3 hdu thuedsen v uashin

ualddu 9 uar smnsalviszansmmmsanasglunamimssansu liuanmeannineld mmsesadenzd
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LﬂéaaﬁuﬁqﬁﬁmﬁuaﬂLLazUiiﬂumﬁuzﬂmaﬁw TagvhmsguinumesealuangumwimuasuazUinuma
Tudl w.@ 2558 mmiamaﬁl,ﬂ‘nsﬁmsmﬁﬂmﬁuﬁﬁﬂﬁmgﬁﬁ’luﬂ%ﬁﬁmﬁu (multiresidue method)
50 49 #iia laun OCs 20 #iia nau OPs 21 ¥ila wazngn SPs 8 ¥ila ldmsiafiuazdivhazanadunas
Tugusaumsadauiinasias aansoadalddunudsiunnnisiduds 4 whiihisined he swda
aldae fHussansam ey uazasadsdainmsimns dadsufumsatauvuidy Tasdsada
WuuLdn 1% n- hexane, acetone ua dichloromethane [{udhazangdunadlusunaumsada de 1 Mo
T8 lulsinaann Tmenuny waste solvent fiannmsaamiminmn Tasdsiusulspilidaida
apsmansrAaNUasAiimiadasiiant 3 ngu Sauhiu 0.01 fadniudenlanu dahdasasmsiadalina
fienwihiu 0.03 fiadnsudeilansn Taangu OCs, OPs uazngy SPs fignanuludunsuazgrimsldou
AIMTAANLGIUA 0.03-0.2 TadnSudailansu lumsiamsadadatainualian Tasundanuidudu
gaveiidadiaias GC fia 1 niudafioddns udilesnasataedssdniihnndnualiianudannh
Faumsanssananianudiy 1 niudaiiaaans azhliiiuduanoweeans pesticides linsunnuiie
3913 concentrated ssafalilianududu 5 niudafisddasneuda Wuanudutuiivminsauiiasiiiu
doyanou mmsnn%ﬁﬂ ﬁmimuqu Qmmwmﬂu (IQC) ‘ﬁyq method blank, duplicate (82 spiked sample
Tunnziiadataiaiasin Tas recovery fissdu 0.2 findnsudanlandu agfludng 85.5-110.20 lunsdi
fifimsananumsandsiimsanaduiunamsanaienzicenias GC-MS/MS iliuamsiassy
Tumsssysiiamsiianugndas dulaluaumnuamsiinnsiaay vannntuiagussasdaaimsnna
Anneilipndauiug fiensididasinsanuazmisaamanyliuiueunnunasiidnansznude
mAensies Wy mafininnuhaamsiensy desaanylivivaunnmsenn Tumsasnvieaned
demaiia GC fdania da lumsiamamatiiiadadeisinantuil iawniiuis multiresidue
fimssatuneumsana ssuuifiiasuniuge desdsuanndhazmefiagluzlues acetonitrile
sy sazmerani Lifiiuasiiinsenie n-hexane : ethyl acetate (3:1) faudawha3as GC asan
acetonitrile §Ha@d analytical phase column ﬂa\uﬂ%‘lm GC M1¥ resolution 284 column A4
el luiunanny é’aqﬁwﬂﬁﬁﬁﬁﬂmLﬂ"’gmﬁaagiﬂaﬂﬂ%y'q Tagvhanuazanavseuasy syringe, inlet liner
Wox septum @NLANBYN 100-150 BBINAUM AN TINBIMIFAUTBLUALY column tWTzazRiamsantan
lahemlvdimadamsitenzd luswnanazeesravinemsanaienzivessiamsaiiilasiuina
Fagilinnumaiuanniy wasesuiunldsunldtueiasiia GC-MS/MS via LC-MS/MS #uily
indasiindemeiiiiussanimugs fienugndasuughgs mnmsshnatinamaandeasaaeiimiadogi
TushedhaeIasduihandnualifluwansanns wazlsunma wuhiimsandanniigalunguaasailu
Waawasa sevasmnAanguansdaanzilninsesd uwazlinumsandnlunguassmluaasiu nndszme
NIENTNISINGY (Basamsiiia A atfuil 387 w.a. 2560 0 FsfimsmuuaGinumsandagege
(Maximum Residue Limits, MRLs) luingaudummemsinues leun dn lasars cypermethrin,
profenofos Uaz ethion HAMuuaAY 0.3, 0.1 waz 2 Haansuaanlansy muady Feaznauliiiun
fmsananumsandrnnmsldlusaduuastuiiouanlhduld aglsfauiimaananumsilald
53y MRLs 4 chlorpyrifos uas pirimiphos-methyl lu & i31 wazluthun udasranumsanena
anssiaiimiadagialudaihuhduuashliluuinam sndudemuhlutundsiinadulssmudu

' ' & A ) o ' H N L
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aniauene 1 @ ludu wamsAnmnedeil wuas profenofos Imsandsgeagaluhluthun de 1.22 Fadn3u
danlansy wmmhluusziivenudsweimsuslaahluthundanan Tasmsi/3euiieu Acceptable Daily
Intake (ADI) AoUSmnaigegaiisumeminsaiulddaiu a5 profenofos fien ADI iy 0.03 fiednu
@onlansu body weight %‘W‘u:hﬁwL?Jupj‘lmjﬁifmﬂ'nﬁ'awhﬁ’u 60 Alan3x AzdasduhluthunInnn 6 uih
wardFhudinhuiing 20 Alandu azdasdnannnt 3 uf (dada 1 uf whiy 250 Gadans) Jeasladu
@13 profenofos aNANTIA ADI Mnmaasaiensiuinamsananasiaiimiadagigluhinualsl
wuhiadasdufisunssuumandouazussglumausussatlaainlasdiulngwusanmsandaiaand
\3ashuAuaafiihamueseme Tdadunaiiaiaauiitunssuiumawdouasussglumsusussg
Yaadinaanlazunsssyd “ussaﬁé’aﬂszuuﬂaamﬁa” 49 (aseptic packages) unAMg Ultra High
Temperature (UHT) Aaznidelasldanuiouiigamgigs enadwwarlimsaiimiadasiisuiia
INEIITINUMSANANM UARTINUNTNISANANYBIENS ethion waz chlorpyrifos ag Tl w.a. 2557
imsihhas chlorpyrifos 1nn 2 Mudlansu O uazgawuinas chlorpyrifos ﬁ?mﬂumsmﬁﬁﬁmﬁmgﬁﬁ
Afsnldfuuwsnarsiigaludssmalng w1 sandu OPs Tasdulugazamnsoamsdaldiasmy
amninedaniiszasnatszanas 24 Flasde 1 o @ widlFluviinaennuazdadetuiiunan
penansaananuazazanlurandale nndayamsdnmasieiilesiumiadagizanelunaduassdiin
aamwuazaNlanadsans laimafudeiedy milgnmelulsamauazdnidannedsssma
suTanag 203 fessluaouamen 2555 dadiouiumen 2557 fishuan §msandwasns ethion
i 82 ¢adN (40.4%) wazdns chlorpyrifos 94 Ave1N (46.3%) *© %ﬁﬁmmaamﬂﬁmﬁ’uﬁagaﬂﬁmﬂﬁw
Twadasduiivandnualsd asduiieiesdunbdnualizfioausanudonnsandaunnniiaissd
Tumzuzussylaaiin nilluedasiusinauaalasdiulvainasaunadan deguslaalinsiui
fnualifhanaudiehmbaldthunssnumsdahenuszaaudivialy dalumsulssmurinealsl
wuuvanuanevyudsy Lisudssmugliadndesenuiunau Wumsaamsazangeslinumsiail

Mindngiignazihgnamele
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IBNWAZUIIN AOAC official method 2007.01 wazI52e9 Anastassiades M. uazmoue
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Development of An Analytical Method for

Pesticide Residues in Fruit or Vegetable Juices

Rattiyakorn Srikote and Weerawut Wittayanan
Bureau of quality and safety of Food, Department of Medical Sciences, Tiwanond, Road, Nonthaburi 11000
Thailand

Abstract The method for analysis of 49 pesticides including Organochlorine compounds (OCs),
Organophosphorus compounds (OPs) and Synthetic Pyrethroids (SPs) in fruit or vegetable juices was
developed. The AOAC Official Method 2007.01 and the method of Anastassiades M. et al have been
modified by using salting out technique in extraction step to improve the efficiency of extraction.
Pesticide residues were detected and quantified by GC-pECD and GC-FPD. Guava juice was used as
representative matrix for method validation. Performance characteristics of a developed method defined
by Limit of detection was 0.01 mg/kg and Limit of quantitation was 0.08 mg/kg. The method showed
linearity of working range for all pesticides between 0.03-0.2 mg/kg. The accuracy expressed as percentage
of recovery and the precision expressed as HORRAT were 64.2-118.6% and 0.1-1.3, respectively.
The validation data showed that the developed method was fit for purpose and can be used in routine work.
To monitor pesticide residues in beverages made from fruits and vegetables sold in Bangkok and vicinity
area, 100 samples of orange juice, guava juice, pomegranate juice, carrot juice and other vegetable juices
were collected and analyzed. Among those pesticides analyzed, the OPs was most frequently detected
which were chlorpyrifos, ethion, pirimiphos-methyl and profenofos were found in the range of less
than 0.03-1.22 mg/kg. Only cypermethrin in SPs was found with the residual level of 0.04 mg/kg.

OCs residue was, however, not detected.

Keywords: pesticide residues, multi-residue analysis, juices, gas chromatography
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