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e lilduaiensifigndasiiuiuauinnuasniiuguassedidnlumienzy JeldhmsAnmiilawanniziens
msﬁﬁqmauﬁ’amﬂmﬁwmnwmaw%’auﬁ'uathdm TagUsudpnnuanmenieniags AOAC 2007.01 RIECERD
Aenzdasnguaaimiueanssa 21 #ilia uasnauasduencilninsead s ilaluamsungiio laun uala
UNES InuNdwaes wasldls meedswusalesinTnnnuiinewia (GC - FPD) wasniinddd (GC - ECD)
WIBNAU HAMINATDUANINGNABWBIITIANRNUNINNWINAITIULEzENYBIM TIauasasnngilalenady
Wuaseluzng 20 - 300 Tundudaiiadans uaz 10 - 150 lulasnSuaeilansumuaau losfiehduszansandunus
(r) 52w 0.995 uaz 0.999 Hanuusulummsaiinea q uanasepeazaaIMsnauay (% recovery) fiseu 10,
30 uaz 100 lulasniuaanlansu ludiedosas 25.5 B 173.8 uazilamuiissuanesmidesuuanasguduiug
Tughesaear 1.1 89 30.4 wazliansusiialianinsansiaiale IeNNAYBINTATINNULALTIANNAVBIN TINBS
USnowndu 5 wae 10 ulasniudanTandumuddu nisuisugadnuasinmseasisinannauiuisildogia
Tukee§i@n1s (Onley method) wuisluidhdsmadenuilsiiivszansam sa Uszude wazaanse
‘3Lﬂ'ﬁﬂsﬁmiﬁﬁﬂﬁmgﬁwmwﬁmlﬁw%’anﬁu m'ﬁLﬂiwﬁi{mmsnﬁﬂﬂﬂi:qﬂGﬂ,ﬁﬁumsﬂejué‘ﬂumm‘sﬁﬁmﬁﬂ6”|
wazfuhlUlFeneimethesnnuannrasmsienzdnulsstilaanszaznanlumsitenzvlasnaqs
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Determination of OPs and SPs Residues in Some Food Weerawut Wittayanan and Thoranit Chaimongkol

UNU

Maefimiadasisduansignihnldlumansinsasuazmsnsuguadienienailam
wikfesliuan deiimsldiligndasvinzanannandaluiy dad funedaw uazaansodenang
ayudld UssmeansensnasIsgy il 387 W.a. 2560 (Fae0nsiiiansivand® mMuuamUiina
M3AYaNANgege (Maximum Residue Limit, MRL) #asansiiadagiisuazUSnamsivandigigai
ﬂuLﬁaumﬂmmﬁlﬁmwﬁmémlﬁ (Extraneous Maximum Residue Limit, EMRL) @utiluans
nauea3sMluAaa3u (organochlorine compounds, OCs) andreluamsiiilasiy ainaumnuas
anulanadeems nsuinmmansmsunnd ldwanniE® weasaienzimsngs 0Cs Tuuy uaz
Waliuimsleglddumssusesqmumnenuinasgiu ISO/IEC 17025:2005 uadslifiisiicnansoinnsy
asufinauluunle miméwfﬁﬂuminejuaa‘i’m‘[umlaavsla’i”a (organophosphorus compounds, OPs),
naNaNIFUANLVLIN3NIved (synthetic pyrethroids, SPs), nguesunuea (carbamates, CARs) uaz
M9Bu 9 uananiilssmanssnsassngy (Uil 350) w.A. 2556 1389 unla® szyhunwesnAn A
undashifimsiaaduivdamsuudovlulinadaniusuansdagann Ussnaufuilagiudslid
Nenuissyismumsaimsandmasnaaiidmanlulssmalne dniunssnsnamnsagiesiisans
Aeneifimangay faugndnwasid wazasaunguIIUmsimmMYuamunganaiiamaihsela
mmﬂaaﬂffﬂmnmimﬁﬁﬁﬂﬁmgﬁmﬂﬁ'wiummsmdwfiﬁﬁwmﬂsl,uﬂﬁgmﬂ

Tuadinsnsmiadagiziignihainldagaunsvaraiiuamsngy 0Cs Fuflunsiazaelddly
Tusiu (fat soluble) Fanlaanzianmsiilusduilussdsznau (fatty food) Jgniannlvaninsoana
sandu 0Cs Taglddhasmedunidormaluiuuazansaulasennndaie udidshialadusaninasa
Szannsaaniameeiasiiald azfiunmsiensienmsndly fatty food Yudasihuiunaumsana
ldnsadivanssiiolusinaunnussdimaialssansmwmsatade® dlasmnmangu OCs Tanuaadigenn
doindeiinasmaiuldamsdingn udsmnmanguiliandrdluvinldarmsivsamanasnnms
anidnmsldnu gammnssugudamsiafimiadasigldwannamangulni 4 Afanuamilusmmwiiedas
vasnhuasiluivdouysdiiaanhiu a1fi mangu OPs wasasngu SPs Wudu udashalsfiouansianil
sansaananluamslaigudeny

niAFevanetuiinmsly acetonitrile Wudiasarelumsada®> waldasnaiensinsii
anuanvesrasgaNtanMael Funinzaudmiuannsiilaiulinn Weasnndudnihazaei
dusnasareanslaasauaguieiiafiiuazlifis waslidanmsndudiu (recovery) @ warlu
anszdeniui iazaneansiilifiin w lody wavansiiongs wu Tusiu inda wazthaa ananszwihamsane
FieNzviasmiadagisly low fatty food fduifeuunsvarafio 55 matrix solid - phase
dispersion (MSPD)®? waz 35 quick, easy, cheap, effective, rugged and safe (QuEChERS)"” Fq
il Anastassiades uazanzifuiauaiuluil 2003 Tunmdeanldgnldifiuitinasgiu AOAC Official
Method 2007.01 lumsianeidnuazualaiuazldgnianndaulaslildfusinasuazaiioamsii
wannvanetulagldiniasiiafiinlssansmmgs wu GC - MS/MS, LC - MS/MS uaz GC/TOF - MS""*
WBiduasined b wastseude Suhwsduisiamnsniinuiulaldluiaslfiamamaunis
04 Onley™ fildag FufhAsildnauasninennann madesuilidanawnsifivsnaluiudoue 20

84 30% Taginvidn lawn unle uNas hunowas wazldln
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mﬁmswzﬁaﬁmju OPs a2 SPs  luasuniie "“J'sg@ﬁ INeNUUN warsIaiens luenena

iiodumsanadaugumniazanuasassannslumsduasesuilaagailumsiananaes
nsuAngmansnIsunng SnAUMINLazANNYaANERIMTNANTUNMINAUIIEILATILHA15AA0
dngiizngueasmluneanasauaznguarsduanzilninsssdnsannuluamsuiiolosaauladi’
AOAC 2007.01 Wimdnananangs OCs iildmdiumsliudr udnlSsuisuquinvusuazlszansmm
ﬁ’u’i%@uﬁiﬁ‘luﬁaqﬂﬁﬁ’ams (Onley method) Lﬁaﬁﬂﬂiﬁ"lumsmn‘?Lﬂiﬁzﬁqmmwwaqmvn'iu,a::
AaAl uazasadamumsandaia linnusnumsaiasamusuLsaIMIanAaLazhan sz
anutlaaafenasguilaauazmnunmemstiasiuudladamimnzandaly

A13LANLAZEIININIFIU

#5.A% : acetonitrile (HPLC) waz acetone (HPLC) lundnnawivas J.T.Baker Useind
d%3501450 n - hexane (PR) Wundanmwizes Scharlau Usznadilu glacial acetic acid (AR)
Wundndasiues AnalaR Useneaangs ethyl acetate (HPLC) (Hundnnawizes Burdick & Jack-
son UsenAMI¥a L6 magnesium sulfate anhydrous (MgSO4) (AR) uaz sodium acetate (NaOAc)
(AR) Wundaniueas Merck KGaA Uszin@easnil mixture of 150 mg MgSO4, 50 mg Primary
Secondary Amine sorbent (PSA) and 50 mg C18EC Part No: 5982-5122 Dispersive SPE 2ml,
Fatty Samples, AOAC Wundadusivues Agilent Technologies UsztnAansgaLusn ‘131 reverse
osmosis (RO), acetonitrile +1 % acetic acid 1@38ulaaN150I9 acetonitrile Uszanm 200 Tadans tin
acetic acid 2.5 8888035 ua1USUUSNIATAIE acetonitrile AWUATU 250 HadANS LU volumetric flask

a193109911 (Standards) : a1sngnaasnlunaanasa (Organophosphorus compounds,
OPs) MU 21 &5 loun acephate, azinphos - methyl, chlorpyrifos, diazinon, dichlorvos, dicro-
tophos, dimethoate, EPN, ethion, methamidophos, methidathion, mevinphos, monocrotophos,
omethoate, parathion, parathion - methyl, pirimiphos - methyl, phosalone, profenofos, prothiofos
waz triazophos aINaNaTEIATIZYININIBEE (Synthetic pyrethroids, SPs) M 8 &5 laun
bifenthrin, cyfluthrin, cyhalothrin, cypermethrin, deltamethrin, fenpropathrin, fenvalerate
wae permethrin aﬁﬁgwumﬂuwamﬁ'msﬁwm Dr. Ehrenstorfer Useineigasuil ﬂ’J’l@JU%E!VIé (purity)
EUIN5DEDE 94.0 - 99.0

MIATENATAZNININTTIY | LAFENETacAIBYDIENTMNA53IUNGN OPs T acetone wazngw
SPs Tu n - hexane anmugulszana 500 lulasniudafiadsns Teafusnmnilgamaiivaandy
~4 PNANTATS LATENFITALAYHANVDIFITINATFIUNGN OPs 21 #HA WazaITATAENTNYDIAT
N037UNgN SPs 8 #ila Anuuindy 10 lulasnsueaiiadans Tu acetone uaz n - heaxane MNEIGU
ToaTliUe stock solution &sMIAsFIULAAzZUaUIzNIN 1 §8dans avlu volumetric flask 2u0
50 #88an3 USUUIanasaedmmasaalazaIsNaITasmeNaNyaddsNINIgIY 21 Ble wasarsasans
HENYBIANTHNATZIUNGY SPs 8 %ila LY intermediate solution Wwaz working solution #9

a

ANNENTY 0.02, 0.06, 0.1 uaz 0.2 lulasniudaiiaddns laanusnmngaugiivasni -4 svenwaldes
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Determination of OPs and SPs Residues in Some Food Weerawut Wittayanan and Thoranit Chaimongkol

m’%"aaﬁauaxqﬂmiﬁ

A3D99 3 GuNe @MSUTIGIREN wer 5 eumidmuiiansnasyu wisstuanaznau
(centrifuge) ANNIFITOU 3,500 - 4,000 58UGAWNT Ju HERMLE Z3ee Ussinetgasuil LA3DI5EME
#5araneuuy heating box wazldudalulasiaulunssemessana REACTI - THERM III #TS -
18824 Thermo scientific Lﬂ%‘lawquﬁumaumsazmﬂ Vertex - 2Genie micropipette 2410 2 - 20
Tulasaas 211a 20 - 200 lulAENT WaLLWIA 100 - 1,000 lNlATAAS amber vial 2110 4 13 8 Nadans
centrifuge tube 210 50 HBdANT WAy 15 Naaans Pasteur pipette ﬁwzmﬁqqmwga‘i@fﬂﬂiw -15 NANBLEYE
certified volumetric flask Aaumsldnuadasuimnaiiol¥d1ede acetone 2 A3 WAL n - hexane 2 A3
s Tiuienauthanldnu

(A3 89 GC - FPD: Agilent Technology 6890N lag/ld analytical column: DB1701 (30 m,
0.25 mm id, 0.25 um film thickness) a8z DB-35ms (30 m, 0.25 mm id, 0.25 um film thickness)

1#399 GC - ECD: Agilent Technology 6890N Tagl# analytical column: DB - 5MS (30 m,
0.25 mm id, 0.25 um film thickness) ttaz Rtx - CLPesticides2 (30 m, 0.25 mm id, 0.25 um
film thickness)

MBELAENITLASIINAIDE

=

Tddradwarmslumsnagauanugnaawadds laun unle unws Wunouwdes wazldla

[
= 2

Fautasethaiaflu analytical portions Tnsdsdatsiiiianwasdurasnar Taud unla shundindes
wazly 1hutin 10.0 + 0.1 n3u asly centrifuge tube 20 50 fadans awmSumadfiianuaeiiy
PDIUIIVTDHN LAWN UNKS 1IN 5.0 + 0.05 N5N a9lU centrifuge tube 29 50 HAAANT NOUNMTIATIEH
TWduh RO U5inm 5 fiadans wehuanfuudimeiald 15 nil wasdamsiigalaildhainiensiazgaiiu
Snwluguiudsiigamaiionnt -15 asmnuaided
msﬁ'muﬁ%msaﬁmLtasmsﬁﬂﬁ'ﬁqng

mmananmsieneilasihdmaduslafigel3undu acetonitrile + 1% acetic acid U3inas
10 {adans wehioiipadwse 1 1# uadin MgSO, 4 nin uaz NaOAc 1 n3u umiwehdadn 1 Wil
hluiluanaznaudsauEssanas 3,500 - 4,000 sBUAINT W 5 1T wisEsaRasuuudulanle
5 fiaaans 1dlu centrifuge tube 1@ 15 Hadans naaaulsEAnsMwassMshliuSanimemgadiu
»paudauuunszare (d - SPE) Tmﬂiuﬁy’umaumiﬁﬂﬁ'u%qw%{ﬁwmiaf‘i’mﬁl@ymﬂﬂv'umaumiaﬁ’miu
centrifuge tube @NGIGATUIBILTIUUUNSTNE (d - SPE) wilaee Gaii

a) 150 mg MgSO4 + 50 mg PSA + 50 mg C18

b) 150 mg MgSO4 + 50 mg PSA + 50 mg GCB

¢) 150 mg MgSO4 + 50 mg PSA + 50 mg GCB + 50 mg C18

wasntuweUszana 1 17 wdnihluiuanaznaudieanuEiuszana 5,500 - 4,000 50UR8
Wi WU 5 Wi Masdsadiudszansmw d - SPE dwsumsiesevianangy SPs feedas GC - ECD
whiiuTesansadadiuladilaasgninlssmewialfulsinasdednnasasnsusas n-hexanetethyl
acetate (3:1) WAMLATILWAEAIBY GC LaSauaulSana co - extractive HignapanaINGIBLN
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Y 4

mﬁmswzﬁaﬁmju OPs a2 SPs  luasuniie "“J'sg@ﬁ INeNUUN warsIaiens luenena

Tosmsennaiuildianivue (Peak Area Sum) dumaiensiansngy OPs ludasnmsussdiv
diasnnliiifiasunuly GC-FPD

@an d - SPE fitmnzaunasnndsziivlszaninmwaas d-SPE udh MMINAFBUANNYNGBN
yadidienzilaniin d-SPE faadenudrlussanatSna 5 fadans mnduaaumsana weh 1 10 1
TuiluanaznausisanuiEilszan 3,500-4,000 SBUABUIN WIU 5 U wivsnsasadulaiild 2 iadansld
Ty amber vial 2110 4 %38 8 Haaans 1 lUszweanUSinasaudaUWTILMIUSUUSINATMIBE SaT NN
n-hexane:ethyl acetate (3:1) AU 1 Faaans leanudusudiaii 2 niudaiiadans swsuamsn
humaaman ez 1 nfudeiiaddns dmFuawnsiiihwawdetamhhiinnsisiouasUFinumshiadas
fganAeese3es GC - FPD uaz GC - ECD

39319 3aUSnaMeA3as GC - FPD uaz GC - ECD

TasasiiaudalasanInnnnaas Agilent Technologies 3% 6890N fidaea detector 2 #iialu
w3aaidendu 14 analytical column fissylusdainiasiiauazgunsal 14 GC - FPD lumsasiaia
a13ngy OPs Tosldanmziadasdail pulse splitless mode: pressure 17.5 psi, purge flow 60 ml/min,
purge time 0.8 min 1% helium {lu carrier gas 3 flow rate 1.5 ml/min (constant flow) wazld nitrogen
1y make up gas 60 ml/min 39 flame logld hydrogen 75 ml/min wa¢ air 100 ml/min % injection
volume (Ju 1 pl fgungil injector waz detector (u 220°C waz 200°C mumeu 14 GC - ECD
lumsasndamsngy SPs ToglFanzeail splitless mod: pressure 17.5 psi, purge flow 60 ml/min,
purge time 0.8 min 1% helium 4 carrier gas 3 flow rate 1.5 ml/min (constant flow) wazly nitrogen
1 make up gas 60 ml/min Haaumil injector uaz detector (U 200°C uaz 300°C MUAAU EINTD
"3Lﬂswﬁaﬁ%qaaqna;ulﬁ’luﬂﬁnLﬁmﬁ'u‘[ﬂﬂ% oven temperature program (flu initial 80°C hold 1 min,
rate 20°C/min to 190°C, rate 2.5°C/min to 220°C, rate 1.5°C/min to 240°C, rate 8°C/min to final
270°C hold 8 min

msnﬂaaummgnﬁamaﬁ%‘?mswﬁ
MINAFBUANNIIIWNIZANS ANTuduaswaInTMINnss U wazanMiudunswasinensinzy
NAFBUANNININLYBNIE 08 IATI¥Y method blank way sample blank i linuiavsanuiie

v
o .

Nildyana signal - to - noise ratio (S/N) Waan1 3 1il Retention time (RT) Inatdesnuanshaulatian
WWUNFENNFTIUMUUAZITHANNNIWIE FINNTINNIATFIULUU matrix - matched calibration (MMC)
Toglgasananlannuulafidy blank Wuawhazars (39309 intermediate standard solution 1#le

Y ¥ oA P v d} [ ° v @ a £ v o
ANNITNTUNGBINTUAsRAIILATEY GC uwuugn (random, n = 3) MuMMAFNUszANTINTNNUS
(correlation coefficient: r) MVUALNAIIEBNTU T HMINNNT 0.995 AnEIANITUFUATIVBITNMTIATILH

a d‘ L k4 v o
Toamsiinansunasgiuluuule (sample blank) Nisz@uANNENTU 10, 20, 30, 50, 100 WAL 150 LNlATNSY
@Aanlansy ALHsEAUaL 3 T (n = 3) F59NNWANNFNNUSTEWINANNINTUNLANBI LUAIDENINU
P o " @ a £ v w . . o [

ANUINTUNATIANY AMNUNMFTNUIEENTINTUNUS (correlation coefficient: r) MUUANUNBBNSU T

FMIINNN 0.995
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Determination of OPs and SPs Residues in Some Food Weerawut Wittayanan and Thoranit Chaimongkol

NMIHEITAPNAVBINIATIANY (LOD) wazdinnewainadelsana (LOQ)
WIAANNAYBINTNTIAIN (limit of detection, LOD) T,mlLaumiazmﬂmmgmﬁv’wmaﬂu
ssafannunlaudnhludensimen LOD fiszdu 5 lulasndudenlandy Swenewany 6 o1 (n =
6) uamwaa S/N mIeNNeasnsiadaUsina (limit of quantitation, LOQ) laglddayaan
MINaFaUANNLILLAZANNTIEBIMSIATY iszduamudigu 10 lulasniudanlansn Sy 6
o (n = 6) WAIAUIN %recovery MUUANMIIBBNIUBE LUZNTBEAL 60 - 120 uazﬁnﬁmmummgwu

NN (RSD) MuUUALNMREBNIU < 20%

NINAFAUANNUNUUAZANNTA B

Laumsmmgwﬂu&haﬂw (sample blank) 1’7;53(5’11 LOQ, 3xLOQ uwaz 10xLOQ ﬁmmtﬁ'mﬁu
10, 30 uaz 100 lulasnSudanlansy MUMEU SANWsEAIUSE 6 9 (n = 6) UBIMNIA %recovery
war RSD Tastnasisansuanuisiy (accuracy): mean recovery 60 - 120% WasinaeiEaNSUAMNLTHES
(precision): RSD #ia1 < 20%

msdszanaainnabivivauuainsin

msUszanamenyliwineureansia (Estimation of Measurement Uncertainty, MU)
rpamienimsmiadasiiglunmsivhmanaseul#ismsues EURACHEM™ dadumsdinm
Togldnnunasiinaasanulauiveu nntudnamenuliviveunmsissduanuidaiusanas o5
Toglden k = 2 (HhAsifienugndauiiuiisaniuwssminsandamai lldnu

mslSsuiisudszdnsaneadisnuid Onley™”

Wisudiguissansmwmsadaaangu OPs uaz ndw SPs luunlafissduanududu so Tulasniu
danlandy stwhndsinaNIumAs Onley lagAaseiiioas 6 % (n = 6) udseiliunnanuusiy
(%recovery) wanmslasdiaiuasds Onley Aaonnsazgninlvgaidsanwsssunddisnsiy
AUFISHENYDIAIMDZNY AW acetone, acetonitrile, dioxane ta¢ diethyl ether LL&?ﬁWIﬂLL‘ﬁLLﬁQ‘ﬁ
qmwgﬁsﬁwﬂiw ~15 °C nsavwasuiNennelonszaunsas hasananlalumn liquid - liquid extraction
et RO wawtiindadudiu3anasnnuas n-hexane iiafidn co - extractive wdnhlvlwuigns
s Florisil column Tagldmymazaeiy CH Cl, CH CN uat n - hexane ApumMsaTIaiaceLAIng GC

We

Wannisiensilasldiunaumsanaiendsmnis AOAC 2007.01 wdiilasnindadeerms
fidnmniiasdilsznauiiuandsnnienansends Jsdnnuszansmmwsasmailiuignimedgaiurai
wuunszne (d - SPE) #iiada ) udassadamuii 1 Wulasinlnunsuannieias GC - ECD #aemsana
unlaud i liusanicemsuanasieaduuuunssneamugio Ussansmwmanliuianiuansdas
Peak Area Sum %ﬁLﬂuwasamlaqﬁuﬁiﬁﬁﬂﬁgwumwaqmsﬁflﬁu%qméﬁﬁmﬁguﬂ Flidiuhmsladunay
289 MgSO , PSA, GCB uaz C18 19 Peak Area Sum ﬁaﬂﬁqm n3ananleniUSINe co - extractive
vasiigauazldlasininunsuiiazeaiig udaghalsiou interference peaks finudnannwuil retention

time (RT) N3N6uU0ZBINMTNATLVTEN RT dagq uazaguan RT 2a3m3iassviarsngn SPs
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Y 4

mﬁmswzﬁaﬁmju OPs a2 SPs  luasuniie %gﬁﬁ INeNUUN warsIaiens luenena

\@enld d - SPE Miiludhunauuas MgSO, + PSA + C18 dmiumsnadauanugndanasisiamzy
Tunilldlavimsdnnusednsmwaas d - SPE :9n@389 GC - FPD ilasnniaiasiiansnan a1y

Tasainlnunsuidl interference peaks 1ae

Peak Area Sum

PSA+MgSO4+C18+GCB

[rrr———

\‘ B PSA+Mg504+GCB

11, JWJI\ C PSA+MgS04+C18
|

120000 150000 180000 210000

awd 1 Tasnlnunsuniaias GC - ECD aasmsadaunladeds AOAC 2007.01 udnilwudaniee
A) MgSO4 + PSA + C18 + GCB (B) MgSO4 + PSA + GCB waz (C) MgSO4 + PSA + C18
uazuHUNIUEA Peak Area Sum 71am13ﬁﬂﬁ'u‘%qw'§uuwha )

M53A7zH method blank waz sample blank a51alinvanssunmuiildiansmdalngifeeiu
NINAIPIU NINueniauazaNTInansmIadagivglaatataau (MW 2) waraINIeE INTININATTIV
Taluzga 20 B9 300 W UASNADNAAANT (mw**?; 3) Taennanasgrugasansnnaiiadian r geand1 0.995
HaMINAFaUANNABIMINTIANY (LOD) 2avansnnadawiniu 5 lulasniuedailansu (S/N > 3)
we L dIN150992930 azinphos - methyl 1@ lagidaanazesnsindelsuna (LOQ) fawinu
10 lulasnsuaanlansy namsnagauanuiuuazanuiewadslum i 1 ugasanuusiuuazanuie
fiszdu LOQ, 3xLOQ uaz 10xLOQ 7 10, 30 uaz 100 lulasninsanlandu YRNMTIANNEIINGN OPs
waz SPs luunlagiindusiuue anuusiy (swrecovery) fiszdu LOQ fesewig 63.6 - 99.8% way
ANNTiEan RSD fesendng 1.1 - 15.0% wamsnagauanuuduuazanuiesly matrix 5un lown
U Thudmaes wazlils fiszeu s0 lulasnSudanlandy waaslumsnd 2 Flidiuhiassuunn
fsumanasauanulflduasisudaglunasisoniuras AOAC™ WilmninsanlFinaminnianas
$1989 SANCO (2015)® fimmuanasisanduzenauiiel#lunu routine (recovery 50 - 150%) d13tiau
nnziialunn matrix asshumanasauenuldlduass lunsdnasldliuesusnasiiannumsiliaansoado
pananlaviaeniia laun acephate, omethoate, dimethoate, EPN, phosalone uag azinphose - methyl
wdunaldhmavmiiauauiadunsewage aselsiaaisiliianuissgdunaldnned RSD e

v
UBENIN
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! =
£ % E F] (a)

soo: 15 I3 % ?; )
o i ] §id ;
600 - i gli i

1 i B g 1§

: i i . 5
- i L S
- 1 g :F
200 H
200-| 8 E
-] L |

A JULE L ! A

:

6= pemetiinel
DL prmeain-z

DA - BIVaR -1
192~ deRameB i

i 2 TasanlnunsugesansmindagiguesasazalganasgIuinszau 200 wluniucaiiaddns
(a) MNL@39 GC - FPD waqminq'u OPs 21 #ila (b) M3 GC - ECD ?laqmsnziu SPs 8 %0

dichlorvos y=37152- 85,261 methidathion V= 16828 97822
r=0 r=0.
12000 6000
10000 / 5000 &

2000 /
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A 3 MBENNTININGTFIU (calibration curves) 289a15ngn OPs (dichlorvos waz methidathion)
u,azwmmimju SPs (bifenthrin 8¢ cypermethrin)
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mﬁmswzﬁaﬁmju OPs a2 SPs  luasuniie "“J'sg@ﬁ INeNUUN warsIaiens luenena

IR 1 ANNUNULAZANNLNEN (average %recovery, RSD) 2aamsitaszvansngnaasmlunaanads
(OPs) waznguansduanzilninsssd (SPs) luuwla

10 pug/kg (n = 6) 30 ug/kg (n = 6) 100 pug/kg (n = 6)
Pesticides
Recovery (%) RSD Recovery (%) RSD Recovery (%) RSD
dichlorvos 70.3 7.8 69.1 4.3 72.0 3.4
methamidophos 71.1 10.5 68.5 4.7 73.9 5.1
acephate 72.3 9.4 65.3 4.7 64.6 7.5
omethoate 78.3 13.3 87.3 8.0 67.0 7.9
diazinon 83.0 6.5 88.3 2.9 89.8 2.1
dicrotophos 72.9 12.1 87.4 4.2 83.5 3.7
dimethoate 74.6 15.0 88.5 6.5 72.7 6.5
monocrotophos 80.2 11.1 91.2 5.0 80.2 3.3
pirimiphos - methyl 78.4 4.3 90.7 2.1 88.8 2.7
chlorpyrifos 77.1 3.1 83.7 3.6 84.2 2.4
parathion - methyl 84.9 7.0 88.9 1.1 80.8 2.8
parathion 83.7 4.4 88.6 2.1 86.6 2.8
prothiophos 63.6 3.2 70.8 1.5 68.9 3.9
methidathion 78.8 3.1 83.0 2.3 74.2 2.9
profenofos 67.9 2.5 79.5 2.7 68.1 8.8
ethion 67.2 5.7 76.3 1.5 68.7 2.8
triazophos 71.1 8.9 78.5 2.3 66.2 3.5
EPN 73.0 6.6 70.1 6.7 63.1 3.1
phosalone 99.8 14.3 73.7 9.7 67.2 3.6
mevinphos 77.6 10.6 80.9 5.1 86.1 1.9
azinphos - methyl ND* ND ND ND ND ND
bifenthrin 86.6 2.0 65.2 5.2 75.0 4.4
fenpropathrin 99.6 1.9 69.6 2.2 85.4 3.8
L - cyhalothrin 73.9 6.3 63.5 6.1 69.8 2.9
permethrin 82.0 13.1 66.6 11.7 76.0 2.0
cyfluthrin 85.6 4.0 67.5 13.1 65.4 3.2
cypermethrin 75.7 5.3 75.5 9.0 74.1 10.5
fenvalerate 65.9 10.3 65.5 4.3 66.3 3.6
deltamethrin 68.7 14.5 85.1 7.3 65.0 6.4
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MINN 2 ANNUNY (average %recovery) Waz@NuLiey (RSD) waqmﬁmiwﬁmimju OPs oz
naw SPs Tuuwng ihunoumdes wazlyla fenududy so pg/kg (n = 6)

Pesticides UNE uNdIHAD Tai'ln
Recovery (%) RSD Recovery (%) RSD Recovery (%) RSD
dichlorvos 59.4 5.0 817.5 10.4 77.8 30.4
methamidophos 57.7 8.4 73.6 5.8 58.1 17.6
acephate 81.5 8.3 75.0 17.1 ND* ND
omethoate ND ND ND ND ND ND
diazinon 90.2 4.9 73.2 14.2 157.6 7.6
dicrotophos 108.9 13.9 85.0 28.7 108.2 21.6
dimethoate 113.0 5.0 78.7 24.0 ND ND
monocrotophos 115.5 16.7 79.1 24.6 133.3 11.2
pirimiphos-methyl 76.9 15.0 70.1 10.8 158.1 10.3
chlorpyrifos 72.5 9.0 63.5 10.8 117.7 8.8
parathion-methyl 89.3 5.1 73.9 15.1 107.5 18.4
parathion 81.5 9.6 75.4 9.9 173.8 6.8
prothiophos 59.4 7.3 63.9 13.8 112.5 13.4
methidathion 106.1 6.6 90.1 15.9 140.8 9.1
profenofos 93.9 21.9 66.2 21.5 105.5 18.0
ethion 74.3 8.3 66.4 18.4 165.6 6.8
triazophos 95.9 19.4 73.0 28.4 125.0 3.2
EPN ND ND 72.4 5.2 ND ND
phosalone ND ND ND ND ND ND
mevinphos 70.3 7.2 76.7 18.5 64.6 3.6
azinphos-methyl ND ND ND ND ND ND
bifenthrin 66.4 3.8 75.7 7.1 81.7 11.7
fenpropathrin 106.7 6.7 69.2 6.8 60.4 8.4
L-cyhalothrin 79.1 6.0 60.5 6.7 25.5 8.9
permethrin 73.9 12.8 112.8 3.8 34.3 2.5
cyfluthrin 89.8 4.9 67.6 14.9 ND ND
cypermethrin 62.8 5.9 70.8 5.7 ND ND
fenvalerate 68.7 10.3 63.2 7.5 ND ND
deltamethrin 98.7 7.7 75.5 3.1 30.4 10.2

* ND nangfid not detected, tazdivinudaiamiliaglunamrisansu (recovery 60 - 120%, waz RSD < 20%)

M58 3NN FASMTUNNE
/Ui 60 AUUN 1 NNTIAN - HUIAN 2561




Y 4
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ilmnsniensimsldasmuiaglssadlosminsalianammnaiaihmsnadeuluuxle
wazthundwaasle entiuans azinphos - methyl tiesafiawien udlismnsaliisinsaiaas dichlor-
vos methamidophos omethoate prothiophos EPN phosalone wa¢ azinphos - methyl Tuuaws dwmsu
lzilfiﬂaﬂﬁ'i%frmaﬁﬂLav\nzzms dichlorvos dicrotophos chlorpyrifos parathion - methyl prothiophos
profenofos mevinphos bifenthrin waz fenpropathrin whﬁ?u LLasLﬁ'aﬂmsmﬁaﬁ’muﬂmqngwmmaq
Usenalneiiruuae Maximum Residue Limit (MRL) ?Jaqaﬁl,ﬁaunﬂﬁﬁmﬁv‘hmsmaaummgﬂvi"aq
280I5aIUNAIZINIIAY LOQ 29935 tWeauedians methidathion (MRL = 5ug/kg) tieniiaiad
fifien MRL mnih LOQ #0938  suudasidsiiannsaldlumsieneiuuudanses (screening) a3
miadagigluamnsihmanaaauld veilsnsomdSnamsfisandniillaluams dmsuiagduans
'vmmianmﬁlﬁlﬁﬁmuﬂﬂ%mmmsﬁwnﬁwqqqﬂ (MRL) %358 dWaadaiea (default limit)™ ladnaae

msuszanameanuliuiueuresmsiaauuwizas ISO GUM Approach %3e Bottom - up
Approach s‘z’;\iLfJuLmeqﬁLﬁ'mmLLazﬂgﬂLLmJmsﬁwmmﬂ'mmulaiuﬁuauﬁ%’ﬂLaau JRAZFNNUID
vanngulnaiil L?Juummqﬁﬁaﬂﬁﬁ'mﬂﬁﬂ@msﬁmsmLLa:mmaamLumNmsﬁ’wmmﬂﬂ%mmwia:tma'q
aosmanuliuivey wannmsvszanamanuliviveunuhundsanuliuiueuiiddaiigads method
precision (51.3%) 589893NAD bias (26.7%) ua calibration curve (21.0%) SIUUVaIHINAY vugeflu
asfUsznaufidassnnunasazldifudases 1 Gamwd 4

Total 100.0%
Recovery
Method precision
Standard conc. | 0.2%
Calibration curve | NN 21.0%
Final volume | 0.3%
Sample weight | 0.5%
0.00 20.00 40.00 60.00 80.00 100.00

AN 4 uraeaNInaee NN IwdLauninanamMN NS sU s U UANN INLULUNINNALFAND N TIEIY
Wusasay
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wemsiFauiisuszanimwmsatamsngy OPs uaz ngu SPs luualafiszduanududy
30 Tulasn3udadlansu 110U 6 1 (n = 6) Ussiumnanuusy (%recovery) ST TuRY
3§L§uﬁﬁmﬂf}ﬁ’ﬁmﬂﬁa§i (Onley method) uandlumuit 5 Usddlaasadaaseislu ansnneiia
#ntiu azinphos - methyl # recovery aglunawisansu (60 - 120%) fianuieaeinsierw
(RSD < 20%) waziienudsnians (consistency) YBIMTIATNEWGY Tupaida Onley l¥uamsiaszy
fialumsuisiiowniiy wy ssngu SPs udiimsinnunilslundy OPs #ifi recovery sniinmurizansy

LEANDNT NN AYBIN T LEIDLANNHNITIN liquid - liquid extraction MAMSANEIWUSBUHEUIIGUTS

v

aansananlaiisiwanniifizaute (scope) raamaidtanzvinieniIsnldogidu

12000 [] developted method [l Onley method
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4 g2 8 £ § B = 2 8§ £ % £ & B S £ £ g & 5 =
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= g8 g © 2 £ 5 8 8 E © e = E— = = =
= 5 5 = 2 s 5 & = S g s g 3 & £
= =) =2 £ =

methamidophos
monoerotophos
pirimiphos-methyl
parathion-methyl
azinphos-methyl
fenpropathrin
L-cyhalothrin
cypermethrin

mwi 5 Mssauiisudsednimwnisanaaisnay OPs uas ngn SPs luunlanssauanududy
30 lulasnsuaanlansy (n = 6) Usziliuananuuiy (%recovery) SeWiISNWMINAUNUID

Onley

a Jd
AU

serNaueaUMsanaazaan iyl ulusneasuaHud N9 9 SeeseeAaYBY acetonitrile
nlalumsananuzueaaraiaadn asnnladulisanseasangly acetonitrile la drgameiiansmia
o o A Vet o oo ' o o ' ¥ 1 A a a Aad ¢ '
Adngtignazanslad luluiuidddiamnsognanasananalsdlaadnivssdnsaw asndziarlungu

4 = = v U acd o d?} [ v P & =

aasmlueaaiu (0Cs) Jebiminzanivisiwannzu lunvassnudnansiednduiriunaredags
azgninaannnmatnladniuazaanmsdunavsglunamisaniu nfiie luiuluaiagaiivinugeau
asnfizahunavazasanzagluzuluiuinndu 35117 acetonitrile TumsafaiidammneAudseaniusann
TaduAauznem iy nmMsNN 2 danalaneamsienzianuuluLarANNNENBIMSInnfaee
ez L lnagiivseans mwanhmsanaunlauazinuanunass wasiianuashimunasiansuiaen
#Fausanalusiuluunle Whunondss unea wazlaln Aasaeas 4.19, 2.5, 26.76 waz 8.76 MUMAU” HAMNT
neapalitdNiaNnuaN NS sern U alasiuluaIaeany recovery 2894MFIATILR ANNFNNUSHING

Munseaselaannem partitioning coefficients 284 analyte unazzinszwnzulusiuniianwaezuilaunuy
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1

%14 acetonitrile MaNUszaNSHansamnalaanm octanol-water coefficient (K ) W laanaumsi 1
ow

octanol

ow C JUMSN 1
water
AIAINAINENNEINABNITIALEEMSUTELTUAILALNITNUNIUITIUNTINNLNEIT D92 DI 5T
d! nly U d‘ v % (18) 4} v £ -y o J % o @ o/ <~ v
wileq Tehiuandnaiuann® disssrinsiWanuduiusszwing recovery A K gassnsmiadagiisuad
W

Tisansaadunausingmsalilldegedaiau anlsiaumansoldenuamunsalumsazmeivsaanuiing

ypadsuaarsiininldadunauazmuuaraung (scope) 2a4an5NALENNNTOLEIDHULGD NAFNNTH 2

sat
w

logK, = alog (;> + D e JUMIN 2

Frlumsienzimanguiiinmuazasasldaluladiuaslidihazmeilifitiiudaia wu
n - hexane {ludu msdanziuuuilitesiade n - hexane azazangludusanin wazazliiioilym
Tumsldindasiiodinnzimalifimanliusgnisnasaviamialaiuluiiiews dalusfudhg analytical
column 9z lUvhmaszuumienzdraniaiauazssansmuniazmas

dai M ladulueimsazanansaazaedziunnly acetonitrile 1o luUsinaniassnnuana ol
msmialasiumaiiaantaumsiltienzidseias GC dasmndleluiiumaildhlUazanazsuniu
column wazazauuaisanuly (sensitivity) woemshanzd dmsumsiensviasngn OPs 16 FPD
{lushasnaiaiiu detector ﬁﬁmﬁﬁmmﬁhwazsiamiausladauimqq FatiufiasUNIY (interference peak)
filsingeglu chromatogram Fefldnnuisevialifias udlu detector ¥ila ECD nduwuiwinlad
mamaaladuasniaumsiensiasle chromatogram Nenndans3azviua (interpretation) ua
Wl sensitivity Aasq anasEas q wianq fuszaznmmsldnureneias Tunsdlvesmsiezy
fnuazualiludumaums clean up 71l MgSO, uaz PSA fiaun30mda interference peak lelagla
M recovery anay™” Eluef'hasiwﬁﬁiwﬁmq (pigment) U3anaann 9 fimstiin graphite carbon black
(GCB) mmﬁagﬂmsﬁﬁﬁmehﬂv'uaaﬂlﬁ'ﬁu@iﬂﬁuﬁﬂﬁ' recovery 2asansnuansazily planar - ring
anas Tuzafinmsly octadecylsilane (C18) Lﬁa@m%ﬂwﬁ'ﬂa\iﬁswqmdwﬁﬂﬁ recovery anmatuaagala
anmsidenidudiunurssamsiiiiladumlasl pigment (Jussddsznauniaiivasnn Sudanly
dispersive SPE #findiSaguiilaannsiiilusiu

diavhmsuSsuiisulssans mwmsanaas co - extractive ae d - SPE #ilaca q TasinTnunsa
NNA3es GC - ECD uaasliifiud MgSO, + PSA + C18 faasiifinzee matrix wasaguSinannnnh
MgSO, + PSA + GCB uas MgSO + PSA + GCB + C18 uazunumMwuaon Peak Area Sum U
msiein GCB aalazanansarhliasafafdl co - extractive 1pendn MiaI§ING interference peak
fifananuagazagludndunadlanninunsuddidouiunielndidessiumsngu SPs fiumngagdrniae
ypalasnlnunsy (Mwi 2) daimsandsadiuenumanzanuds wimsiiy GCB azlwlasinlnunsy
fszmenhudmsnudnmnumeiuiudrnenaiinansenudes recovery 16 saiuaelinsld d - SPE 7f
GCB Wudunanluguaaumsiliuigns aile 35 Onley 1dvhazmalumaililusiuuaslosiy
Tusulushethadaamunanadiumsiuazanaznauudnissaszaednlalushusunay liquid - liquid
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I v v o M s a a S v Yy ¥ v <) .
anuunsauagemedmazmen lifitadivssansanwen felianinsaldisaenariily universal method
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Method Development of Simultaneous
Determination of Organophosphorus
and Synthetic Pyrethroid Pesticide
Residues in Some Food by Gas

Chromatographic Technique

Weerawut Wittayanan and Thoranit Chaimongkol
Bureau of Quality and Safety of Food, Department of Medical Sciences, Tiwanond Road Nonthaburi
11000 Thailand.

ABSTRACT Separation of pesticides residues from food matrices prior to subsequent steps in the
analytical process remains a challenging issue, and much effort has been invested to further improve
methods. The present study was aimed to develop a simple multiresidue method modified from AOAC
2007.01 extraction method for the determination of 21 organophosphorus (OPs) and 8 synthetic pyritroid
(SPs) pesticide residues in some food matrices, including milk, milk powder, soy milk and egg. Gas
chromatography coupled with flame photometric detector (GC - FPD) and electron capture detector
GC - ECD) were simultaneously used for identification and quantification steps. The calibration
curve and working range for the analytes of interest were linear over the concentration ranges of
20 - 300 ng/ml and 10 - 150 pg/kg, respectively, with excellent correlation coefficients (r) ranging
from 0.995 to 0.999. For all of the tested pesticides in four matrices, the mean recoveries at three
fortification levels (10, 30 and 100 pg/kg) ranged from 25.5 and 173.8% with RSD ranging from 1.1 to
30.4% but some pesticides could not be determined. The limit of detection (LOD) and the limit of
quantitation (LOQ) of the method were 5 and 10 pg/kg, respectively. Comparing with Onley
method, currently used in labolatories, the developed method is fast, inexpensive and suitable for the
determination of the target pesticides. In addition, this method can be easily extended to other
compounds and matrices. The protocol developed is also useful for routine analysis and rapid detection

of a large number of samples.

Keywords: GC - FPD/GC - ECD, multiclass pesticides, AOAC 2007.01, fatty food
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