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mﬂﬁqm @@ chlorpyrifos, ethion, pirimiphos-methyl waz profenofos Usinausausiioenii 0.03-1.22 faan3u
aanlaniu sngnasduaNilnansaadaanuiiieasdiedda cypermethrin Uina 0.04 fadnsudailansu
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fawaldfiduunaspasnsaimsisniudeseme gawludraouluiiidisduaduuaznzdu
Ujnsenediene  melusiema milvdszuudasamsiivszandmn 'i'Nmslmmaagm%umsmmsﬁlﬁhL?Juleﬁm
ﬁnﬁqé’hLﬂuLmziwaqmsm”ma%aﬁas: dradrefiviiondumealusemeldadisnd dasanszau
AaLRALABTaalEDn dethamem Fnfiuiussd heliiwssaddsdsaalaagiaue mlissuy
Futhend uazilasiulsausdeunasiio © dmduauibizauiulssmuinwalilosnse fonansoduaiasdiy
dandnualiunuld luthgtunssuamastmbinualimasldfuamuismniuagmnniligmueimg
Tnznmsliuandnnmsdutssmudinualyl anuinasasfuilaafedasiuananisaasalumsuiloa
fdnualian da maananzasnaaiimiadagity duluiadudayadmiuguslnauazadnanudula
Jnadesduiiiandnualdtdu fanulasadsdaguain driinauniwuazanulasadsains
nsWinenenaasmaunng nssnyassoigy Tuged w.e. 2549 Seldnenuramsmiiumssamissiu
fnnenuazkald Manue 54 date Wudadaaude 38 dath wasdludaisiitunssumsude
wazussalumuuzAlaain 16 fet iipasvlnniUinamsandmasnaeiimiadagiia nquaasmiu
Aaa3u nguaasmMiunaanasa nguasdaaNzRlnENIaed wazNgNAITUILNG KAWUENIANAN 17 DL
Slum'%'mﬁuﬁguam léun &5 endosulfan, chlorpyrifos, parathion-methyl, ethion, cypermethrin,
carbaryl uaz carbofuran udlinumsandaluaiasduiiiunszuumsndouazussylumaustlaain
winnnuluilidedy dinnueaznssunmsaimauaseldifudiagueiasiuiiandnualal
ﬁmuﬂszzmumswamLLazussﬂumﬁuzﬂmaﬁ‘n a'qm's?ﬁmeﬁﬁ'ﬁwﬁfﬂqmmwuazmmﬂaamﬁ’ammi
10w 21 et wazdaghalum M 9 dathe wanuh lifimsandseasmaedimiadagiialuedosiu
hinealimndags winumsandlulumannu s dag wdsnniuwuhdslifimsnenudayams
andsmasmaaiilastumiadasiigluaiasauihandnwaliias taytumsediilasiumiadagiiedin
funummemaineasaghaninen fiasiauiianudedayatiinamsihiaasnaeiiilesiuiia
FagigiifiunTlingaaunnd 9ndayaua9naainMaNEAT NTENTNINHATLIzIUNTAINUTY 521319
U 2540-2553 Uszinalnaiinsihheassseiilasnumiadagiizannds 120,000 au @ MamsUseiiiv
299 World bank w8z Food and Agriculture Organization of the United Nations (FAO) %%Lﬁlﬁuiw
Usanalneiimslimaniilasiuiiadasiisficngsnhussamaivannuddard wasndmnni 2553 daantiu
ammunedasvaslanidsuuadly wnTiumsldmaeiitlaumiadasiefgdu Usennaiisduathimo
Sdaelimawanndushe el nuaugatuamudaimsansassannsiivisnniu Seiimslaland
fimsldmaefiiemiaunasdagity iamslumsiunandonemsinees imsldms deltamethrin ©
Fudumsiaiimiadosisildwuiiaganaiiatasiulsaldidanssnidudeiniumeduamssnge
aadamsandiluwandammainuasiinuilaald uazanadiuanssnudagumwoiniisuasguslag gise
seldmszmindiuenuadnpastiammani selainmsdnm Uuwesiannizanaiensdaseiilesiumin
Fagirlundasdiumnndnualsl ienaumdsiduiildoues disiduildonsiensiiuy Wuis PAM so2
GC ECD, PAM 302 GC FPD © asiailuazdhazansdunadilalusunaumsanaiiusinaaauienn
amdananssnuaagumwrasiuuanulussezeny ldmadia liquid-liquid partition ﬁaqﬁwiﬁu‘%qw'§
Toamaniuaadul florisil TunauMsaRaEIIL 80119 waste solvent fLAGINMIRATUTIIMIN

wazld chlorinated solvent tilumszlumsman aauuilawannislaamsusuds official method AOAC
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2007.01 BaUMBMIANINANNTATiTasiumdadasinld 20 #iia Tu matrix doualidhe 13
GC/MS wasi5ua9 Anastassiades M. uazaniz Tl 2003 ldainsaasaiwneianssin 49 oiia laun
nauaasmlunaaiu 20 #ia nanaasmlunsanads 21 ¥ila uaznguansdaanzilninsasd 8 #iia lu matrix
wdastniivhaninualilasmsifiunds NaCl asadensiaieinis GC-uECD waz GC-FPD o
wansilaiuguiifiagluaslfiamsuazdriiumamasauanugndaasizaanan Waldisiimansay
Hlhnsiluansiensimasandaasnaeitasiumiadasielueiassuiihandnualinaiadudn
wozsiaussylumaustlaain welinnuanumsaimsandauazdnmuansznudamsldsuansaaly
Tagrhmsguinuaaensluangunwumuasuasyduama Tull w.e. 2558

msmﬁuasmsmmgm

#13L@H : 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,
1119y, Dispersive SPE 2 ml; %1ia# 1 Pigment sample AOAC Agilent Part Number: 5982-5222
(MgSO4 150 mg, PSA 50 mg, bulk carbograph 50 mg) ﬁﬁﬂ‘ﬁ 2 Fat + Pigments AOAC Agilent Part
Number: 5982-5421 (MgSO4 150 mg, PSA 50 mg, bulk carbograph 50 mg, C18EC 50 mg)

133053 ¢ msmmgmﬁ%wmLﬂuwﬁmﬁmsﬁwaq Dr. EhrenStorfer fuiluziiaiien

ﬂduﬂﬂ‘fﬂﬂuﬂﬁﬂ%u (organochlorine compounds) OCs MU 20 13 lawn aldrin, 0L-BHC,
Ol-chlordane, Y-chlordane, oxy-chlordane, pp’-DDE, pp’'-TDE, pp’-DDT, dicofol, dieldrin,
endrin, Ol-endosulfan, B—endosulfan, endosulfan sulfate, heptachlor, heptachlor epoxide,
hexachlorobenzene, lindane, methoxychlor tae tetradifon

najuaasfm‘[uvslaaﬂa%’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

NaNaNIFUATILV IWINIed (synthetic pyretroids) SPs 413w 8 a3 laun bifenthrin,
cyfluthrin, lambda-cyhalothrin, cypermethrin, deltamethrin, fenpropathrin, fenvalerate

oz permethrin

tﬂ%‘mﬁauazgﬂmiﬁ

LAFDIHIANINALLEE 0.001 N3N FMSUFIFIREN ASpRIANaBEe 0.01 HaansN dwiu
%anﬁmmg’m iadasilunnaznau (centrifuge) AMNNEITA 3,500-4,000 SBUADUNT LAZBITLMEETAZANY
wUU heating block wazldusalulasaulumssewmeaansana méawquﬁuwaumiazmﬂ Vertex-2 Genie,
micropipette 2119 2-20 ul, micropipette 2119 20-200 pl, micropipette 2UI® 1-10 ml, amber vial
219 8 ml, centrifuge tube 2110 50 ml tae 15 ml, volumetric flask U1 500 ml, 25 ml ttade 10 ml

wae pasteur pipette
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h3asiiannaiariiouasSanm

ta3aeuialasaninns v : GC-uECD Agilent Technologies 6890N #ii@ column: DB-5MS,
30 m, 0.25 mm id, 0.25 um film thickness ‘ﬁ' temperature: inlet 1'7; 200°C, splitless mode oven
17; 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 17'1' 300°C, flow rate: helium, constant column flow 1.5 ml/min,
nitrogen (make up) 60 ml/min, injection volume: 1 pl

ww3naudalasanInnsu : GC-FPD Agilent Technologies 6890N %il@ column: DB-1701,
30 m, 0.25 mm id, 0.25 pm film thickness, temperature inlet “7; 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 pul

a1

Tumsnagauanuldlavads ldfedrahdSeiiliiniasuniuniaiaiilndfumaanasgu
(blank sample) Lﬂué’hLmuﬁaatima;uﬁwﬁﬂwalﬁ (representative matrix) a1 Uszann 2 805
%ﬁuﬂﬁ'sazh\flu centrifuge tube MagNaz 10 NSN (analytical portion)

Tumsdmalsinamsandasmsiaiilesiuiiadagity Juiudagaeiasduauaaiiy
nnhudBuouunieamatia alinas 2 Mathe waze3asduiiiunssumMskaauazusIumBusTaain
Lﬁué‘sashamﬂ‘gﬂLﬂﬂ%ﬂﬂ%Lﬂﬁﬂ%ﬂ%’ﬂuazmaﬂ%a ¥laaz 2 619619 NNANTINN wazdnama wiveaniily
5 ntcjuﬁyuﬁ ﬂ&juﬁuﬁaz 20 BEN n&juﬁuﬁﬂisnauﬁmmdw 7 il

nan 1 Yanunudagwis duiusid wszuas ade wanln Guues 91Em3 Unaiy wewine Janun

ARBILAY FINT EIUUI UNIN UNABUNAN UaTADBITY
gy 2 UNWAe suy3 unnantes unnenlval Tryse Mieiy edsdu F8unes iag
UNZUTEY UNUBY UNUA BUBILTN UaENIRNN

naN 3 aawd Teny uanst denuge SauneR wislows v wazlsena

naw 4 e lvn AaBIENY MUBRen Huy3 Aunen aensela wazunuell (wwzdinatlis

=

)

NaN 5 UNU NANE 303n3 AauLiles uunys (emzannatiias nnde vy wasuetime)

AN N u,azﬁ’tyq

MoeaAIpIaNd 5 ¥iie lown 159 1&dN 1uessan MUhn waznenualy a1 (hWnin
Wnzidama ey wazinlutiun) INTINNG 100 IBEN MpENasUszINM 500 HadaN3

MINRNISuazmsnadauanalilauasis
35Aev (Extraction)

Faghathahniin 10 ndu aslu centrifuge tube UM 50 §addNT LAn NaCl 1 nsu LG
acetonitrile + 1% acetic acid 10 183805 WEAEIUS 1 1T PTG MgSO, 4 N34 waz NaOAc
1 0¥ wdrweh 1 it hldiuanaznaudsanudilszina 3,500-4,000 saURBINT WY 5 WF N
whissanadnlafilalszana 6-7 dasans 1dlu centrifuge tube 2110 15 Faaans udnily clean up
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Teansi@n Dispersive SPE Pigment sample AOAC Agilent Part Number: 5982-5222 (MgSO4
150 mg, PSA 50 mg, bulk carbograph 50 mg) (dwiudethainuasseauazinluihun clean up
Taagmsiiu Dispersive SPE Fat + Pigments AOAC Agilent Part Number: 5982-5421 (MgSO4
150 mg, PSA 50 mg, bulk carbograph 50 mg, C18EC 50 mg) mnﬂ?umsh 117 LLa”iJ‘tiﬂﬂf']umﬂmﬂau
FeanuEIUsTann 3,500-4,000 SAUABINT WY 5 Wt Huasanadla (srsazansguun) 5 Taaans
1611 amber vial 210 8 Fadans WluszeanUSnasauwiauwie ualsuUsinasaeasazmanau
n-hexane: ethyl acetate (3:1) AUASU 1 U980 laANNINTUMIBEN 5 NTNABNAFINT wadhlU
AinnsiriiouasUiinanaeiitlastumiadagizandedainios GC Tagasngy OCs wazans SPs
dathiedaudalasninnny : GC-puECD dumangs OPs dadhiaiasudalasininany : GC-FPD

1385190535371 (Calibration curve)
a133A33UnaN OCs uaz SPs WenfianuENdy 0.025, 0.05, 0.2, 0.8 waz 2.0 lulasniu
daiiadansly n-hexane thansazagluiadh GC-pUECD adenmvanasgussuhsanudaguiuiiui
Idia snamedulssansandunugyaiosau (Pearson correlation coefficient: r)
f3NAIzIUNEN OPs wisafianudaty 0.025, 0.05, 0.2, 0.8 war 2.0 Lulasnurefinddns
Ty matrix 1e3s thasazmeludadh GC-FPD adnnnvinaspussnivanududusuiuiilaia

AMUIUA T

M53tA312H Method blank was Matrix blank

Method blank: @faadsinaunlaeldinngy 10 n§y unudiage uaz matrix blank:
afaeIAEAW AN (7 651) ToghineSeiiliiinnsanasussansiaula @5199051:% method blank
w8z matrix blank LiansradausssUMUTiRINNNTseinsafsthiaadinansEnudamsIaEH

watlasnuanuiawaaniazulumsnuunstiouazUsinaas

MIWANNAVBINIINTIANY (Limit of detection, LOD)

naaaulagmsinasnnsgiungs OCs, OPs uaz SPs fiemuuinguen q asly matrix blank
MU Signal-to-noise (S/N) 2a9a5uAaznUa @hmmﬂ%mmmimmigmﬁﬁﬂﬁﬁﬂﬁmmgmmniw
3 whaae S/N wazAnaeNENTudathuindag

MIWANNAVRINITINBIUINIA (Limit of quantitation, LOQ)

noaaulagnsdnasnnsgungy OCs, OPs uas SPs Aenududulszana 3 whaese LOD
alumeee blank sample ¥N5ane wazdeNeaiauazUSuaauiu 7 7 mwamlinaniiay
AUENININIFIUUEIANUIN % Recovery, % RSD waz HORRAT

MInasauNANMTuFUnTILazTIaNITIAI Iz (Linearity and working range)

WnasazeasgU Ngn OCs, OPs uaz SPs lueiadne blank sample flssduanudutu
0.01, 0.03, 0.08, 0.15 WAz 0.2 HaaniudaAlansy Msana uazienviniouazUSinassiua: 3 o
a'i”wnstmmsgmswdwmmL?TuﬁuwaqmimmgmﬁLauaﬂuﬁ'sashqﬁ’ummLﬁuﬁuwaqmsmmgm
fiasanu awamen r
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AINAFAUANNUNUUAZANNT B (Accuracy and precision)

maaumwml,aiuuaxmmL‘ﬁ'mwaﬁ%‘[ﬂamsLaumsagammmgm nqu OCs, OPs was SPs
Tusaghe blank sample fiszduanugusuwiiy LOQ, 3 whass LOQ waz 5 whaae LOQ leud
Aenusugy 0.03, 0.09 WAL 0.15 NAFNTNABDNLANTN MNUMAU MMFIATELKILAUIL 7  mnalSaina
WaUAUATWETNATTIULEINUIN % recovery, % RSD uaz HORRAT Usztlunamsnaday anuuaiil
(accuracy) LLa::ﬂ’J’lJJL‘ﬁ'EN (precision) (HgununusIgaNsy Ghmzfi'smm recovery Turresaear 60-120 ©
wae HORRAT (Horwitz ratio) Wagni 2

mMsUszanam A liwiLauYaInIn IRz (Uncertainty) @
anuliuiuaurasmsiadasailsdawnasanaliwivaunnunasiinansznuaamsite sy
Wathinsunuua mMamanu lduilauzenaiseauanNNgasu 95% minausinaasig legldmeanu

wNT (Co) Nulaan calibration curve NESNNNANNTFNWUSILHIN concentration NU peak area

ﬂ'l‘iﬂ')‘UFgNﬂ‘ﬂlﬂ']WNﬂﬂ'l‘ﬁlﬂ'i']gﬁ

Internal quality control 3t@512% method blank, duplicate analysis waz spiked sample
lussnimsiensinn 20 degn leamvuanasisansu method blank dasasalaiwuarsiiu LOD,
duplicate analysis MuIue relative percent difference (RPD) aavilaani 25% waz spiked sample

fiszeu 0.15 HadnIuaailaniu dald % recovery agludnamizansu (60-120%)

We

wamanasauanuldlduasiimsanaiensinsaimiadasislueiasauihanndnualsd
Toglsesuilu representative matrix AsauAguaIINgN OCs 1 20 #iia M3ngu OPs
21 %il0 wazensnan SPs 1w 8 ¥l WuIMIIATIZY method blank sz matrix blank 533 liny
nssumuiiiielndsumsinasyu Jehlilidedeienmalumsiensd asaiensimeeie GC meld
anmeimuue wuhanan 3 ngu Mansaadenavinasyuesmsluganududu 0.025-2.0 lulasndy
GaNaAaNST NA) r LAY 0.990-1.000 @ LOD tvnu 0.01 Tadnsuaanlansy @ LOQ AU 0.03 Jadnsu
dadlansu manadauAMuUALLazANNITiBwadITInniludataiidnmsunasgu (spiked sample)
TushashahilSefissauanudusu 0.03, 0.09 waz 0.15 Jaaniudanlaniy sedUas 7 %1 HaMINATOU
nnngnasigranuluduasiwaznsldnulugi 0.03-0.2 fisdnsudadlansu asngn OCs e r
T84 0.991-0.999 AMUUNUIIN % recovery LARETA 3 Teeupgluz 84.0-123.3% ANwAiBaszifiudhe
@ HORRAT Tuz9 0.2-1.3 (mswﬁ 1) &9ngu OPs wuh den r Tuzdae 0.990-1.000 ANNUaUAIN
% recovery IRABTN 3 seeuagluing 84.0-116.79% amaniisalssifiudied HORRAT Tugn 0.1-1.5
(a3 2) wamanagauanIngs SPs fien r Tuzng 0.993-1.000 ANWLAUIN % recovery WAET 3 SEAU

g luz9 81.1-116.7% anuasdssiiiugiaa HORRAT luga 0.3-1.4 (05199 3)
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M397 1 ANNLNLAzANNNENBNTIANIsIAliMIndasiiznguaasnlunasiy 20 olia AT

STOURL 7 U

Spiked level 0.03 mg/kg

Spiked level 0.09 mg/kg

Spiked level 0.15 mg/kg

Compoun ds 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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#3972 ANNUNULAzANNINENBIT I s seimIadagiiznauaasnluneds 21 sliadwnei
SEOURE 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 pORRAT Tesult recovery fORRAT Tesult recovery ORRAT
(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 87 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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MR 3 ANduNLazANNNEweNITIeNzmseiniadagignguasduansilninseed 8 #ila
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 pORRAT Tesult recovery fyORRAT Tesult recovery HORRAT
(mg/kg) (%) (mg/kg) (%) (mgrkg) (%)
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

msuszanamenubiwiveureimsanaieneyd usasliifivissneldmsaaundulduasmsiaiiu
T sanunasenuliuivauiasiinansznudamsanadenzd loun ansliuwiusunnaanududu
yaedagafigwlaann calibration curve AINAIFIU anutissaadiiilares nuludessansam
28937 1AA bias aUszanameanuliwiveurasmsnenulsnaiasanuas chlorpyrifos TuhelSe
USanes 0.45 Faaniudanlaniu azlgmemulaiwiuauuensfissauanuidasiu 959% (k=2) whiv 0.11 fiadn3y
dadlansn daduzesunasenuliuiveuiddaifinadamsasadened (mwi 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 (%)

v
[

P d v | P o v a o . H & 2 PN
M 1 wrasenuliuiueuna e ninanamsasIaeey @35 chlorpyrifos TuthiSauSinanasianu
0.45 NadnSNGDNLANSN
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ﬁl’lﬁuﬁﬁﬂﬁguﬁﬂ WUMSANANYBNES chlorpyrifos, pirimiphos-methyl, profenofos taz ethion
#il0ae 1 §eehe USinas 0.05, Uasndh 0.03, 0.08 uaztiaani 0.03 Haaniuaanlansy mumey whdy
lumrusussallaaiinnuas ethion 1aend) 0.03 fadniudailaniy fm%"wﬁﬂﬁguaﬂLLaﬂum%uzmiq
Yaatinwunsanaezaeans chlorpyrifos #linas 1 M10e19 USunaniaand 0.03 was 0.05 Nadnsuaan lansuy
muaeu thuadsaauaziuiy liwumsandsluedaduns 2 Ussan ludwwsuhinualininay q
wumsaneslhluthunsiinaude Wiuas chlorpyrifos Gaud 0.03 8 0.18 faansudanlandy 1 fraghs
Wuds chlorpyrifos 0.34 waz profenofos 1.22 Naansuaailansy 1 @IvE19 Wuas chlorpyrifos 0.05,
profenofos 1agni 0.03 uaz cypermethrin 0.04 Faansudanlansy 1 dage wazthluthunlumzus

u539Uaailin wuas chlorpyrifos 0.06 Hadnsnedanlandy 1 G181 (19199 4)
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3199 4 MInuunsliouasUinamsieimiadagisnasanulumegudazaiio

wiiaAUda #iiaussylumzuztoain
#iaMeeN  dunu Huu nHauasUIum MMHY N glauazlFanm
ﬁgmm fiasany (mg/kg) ﬁywuﬂ finsany (mg/kg)
‘L},WE%J 10 1 chlorpyrifos 0.05 10 1 ethion < 0.03
1 ethion < 0.03
1 pirimiphos-methyl < 0.03
1 profenofos 0.08
1?10]'%"@ 10 1 chlorpyrifos < 0.03 10 1 chlorpyrifos 0.05
Wuadsan 10 Tdwy - 10 Tdwy -
Whetuiiag 10 Tdwu - 10 Tdwu -
Winwalaau g -
~ thilngm 1 Tdwy - 1 Tdwu -
Cthuzdema 2 Tiwu - 2 Tiwu -
- hagu 2 Taiwu - 2 Taiwu -
- stl,uﬁ'mﬂ 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

wae cypermethrin 0.04

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

a 4
AU

NNMIFANNATITWUTAE AOAC official method 2007.01 %30 QuEChERS (Quick, Easy,
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(GC/MS) Feanadiadais acetonitrile wazn13v liquid-liquid partition 14 MgSO, 4 n3u
Fuvanzdu matrix dowald uaisinannauillduiuigdasls 35009 Anastassiades M. uazani ©
WNMSEHY NaCl 1 n3y Bamsnzansy matrix te3ssdudivhandnuald Togldnanms salting out
nzhanludueaumsih liquid-liquid partition 118991 matrix (Hutedasdndivhansinualsl Fsiivhann
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acetonitrile §Ha@d analytical phase column ﬂaQLﬂ%‘lm GC M1¥ resolution 284 column A4
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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 0.03 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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