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nsauIwaznsIgeuaultlavesisiasvviaisiivands luiiwayulnslaeld Gas
Chromatograph ¥1n1snagaeun1sialuIkazasadeuauldlanveidimszvaisievanane Tuiy
ayulng 2 yinpeluavszwminaglulnsem 1938n1saninuuy QUEChERS 14 acetonitrile , magnesium
sulfate uaz sodium chloride Wuansatnuazidnadadeluitioulagld maenesium sulfate Primary
secondary amine (PSA) Wag Graphitized Carbon Black (GCB) yiInn1svaaaulngifn pesticide 31174
20 wiin \Wungqueesniluneanssa 91wt 13 aia ngueeinilunassu 3vila waz naulninsess
§1uu 7 9ln #59ATIeEEAIed GC nsnadeunuiinsasivdeuauldldluluazseund 9
Ingifiyduau 13 vilefe dimethoate, diazinon, parathion-methyl, pirimiphos-methyl, malathion,
chlorpyrifos, parathion-ethyl, pirimiphos-ethyl, methidathion, profenophos, ethion, triazophos
uag EPN AifldraesidudinsAundulivesisiinesieglurag 70-120 faugniesvesnisingn RSD
1ioan31 20 % 4 Limit of quantitation (LOQ) agfluzs 0.02-0.06 mg/kg. dunsnaaaulululusznn
Wuil dimgifwduiu 11 vllnAe ¥linAe diazinon, parathion-methyl, pirimiphos-methyl,
chlorpyrifos, parathion-ethyl, pirimiphos-ethyl, a-endosulfan, beta-endosulfan, L-cyhalothrin,
oyfluthrin uag fenvarelate luinumvnaaeyu accuracy A1 mean recovery agluaaa 70-120 %

mmgﬂé}’awaamiﬁﬂ%ﬂ % RSD tioend1 20 § Limit of quantitation (LOQ) ¢/luv3 0.02-0.1 meg/kg.

Abstact



An analytical method using Gas Chromatograph was validated for the determination
of pesticides residue in herbs (sweet basil and herb). The pesticide were extract from herbs
with QUEChERS method. The results showed that the recoveries at different concentration
levels were within 70-120%. The Relative Standard Deviation (RSD) lower than 20% for most of
the compound.
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MOUIEAIRA9 ALY AUNITUNNE A1uems tnetieugausitensiillisavinazu Wewiniinniy
| S o PRy & s & A aa ¢ v ) ¢ a2 a
wssnwazuniureusmeniUselov wlayulnsazluneniiusslovusuguainiuuysd wifonad
nsduleuandundenluusnaniiviiuasgduls vseainnisiuaislesiumdndngity luiundn
=l 1 = Qg.JI a 'S a ¥ = o ¥
vIonuarslusUasUgnitiwayulnsiulagnss n1snsiadinsizvansiivandsluiivayulnsitlaein
= = ~ & v & =~ = Y P
Wasnitvayulnsiianunainuaendluiiuesauseneun@iniivazinfiuvouseme 991950014
NANTIIASIVIATIZY F0N1TATIDATILIAITNEANA19LA85IY (Multiresidues method) Tuiwe1uns d@iu
Tngaziduitnisaudowaiuarussnuluniinsainses insizanududeuredlasiasi @15
o N a ¢ PR o ' ° v a &l | o & % v =
Togiiwiazesdusenovvesansniilufiiegrailinisnsiainsieidianuegen Sndudesddansad
PA18FUA NIUTUNDUNTANAFIDE1AZNISANTIR AU LU B AL UTEANS A NUDINaTRINISAUNSU
lovedizhnsgvinlvagan  Tule..2003 lodidninermansiaueidinmeiasivanadaesiuwuy
Insi%® QUECHhERS (Quick, Easy, Cheap, Effective, Rugged and Safe) @slawmunisnisiauielduny
AFN19ATIETATREANANLAETIULUULAY FaAuUasawazltaswaiianuiunin tnglaisnisana
Ay acetonitrile WYNAIUAITANR A8 magnesium sulfate Lag sodium chloride AMdndIUULTOU
(clean-up) Aa8magnesium sulfate wag primary secondary amine (PSA) #5739 7AA8LATDY Gas
chromatography/Mass Spectrometry (GC/MS) ( Anastassiades et al.,2003) FalvUsurudingaay
v Ay Y a Vv v & a I a FYPN Y] = = o
asananteuniniBaiawuuiu ludeddaunsaluasieiosuimaneviin Idfisanisweimeiionsowmsos
e Larn1sannznounlsLAIastulnisd(centrifuge) FeananltanelazUsunuvoudeiitinaInn1Tana
LY} 1 Y o
shognaladuduiuuin
A ] A A a & Al a ¢ a a P
59N ALASUTANTIN  LWULAT95 L ATIEINLY IUN1TATIIATIENUS U UEITRENNAT
9819319979 mszausansingiinwisissmedulouasnuanudou waziinsiaiaviiavesansd
wa nvuale W Electron Capture Detector (ECD), Flame Photometric Detector (FPD) tumu fig
v N A A a &g ¥ Y X ' = A A
widveiiinseellenineinlinsiaansliAsounguuINYUYUIATEY Mass spectrometer (UNUITLASDY
wnalasulansmniinaiammzaing 1 wilukdvesnisujiasademdsdiuyualdinetasiian
AFIUNIFIAIEANFILITAAAUNITLA N1TATIIATIENETIAETINIASNTITLATD9 D WUUFINGIT
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AuNswUINguidmsuinn1saaes MRLYasCodex ayulnsfeaildly du wse 590 910
figluaneiud herbaceous ldlutiinandndesiioiiunauemnsdauslnalavivanuazuia (codex
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N30 92980UAULTLAY0935 (method validation) Aan1sBudulagnisnsiaasy waz 9nvin
péngruiiduinenmansiifigdlidn Binaunuasmeaeuiudulunutesmuadingd walnsie
fodlideyaituansiislinaanutuiienmmnzan gnios wiugh Assfunududuivazaudusia
vosfiuvidodefineany nguszasduaanmsnuluadsiifiomIinaaevayulnsiiduiiueaolsilags
waziithiumensemelneisineilneslneniewnalasulans
7.35a11un"3
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7. 1 @15u193g14 nglliiy naueasniluneaneasa 13 ¥ia Usenaumie dimethoate, diazinon,
parathion-methyl, pirimiphos-methyl, malathion, chlorpyrifos, parathion-ethyl, pirimiphos-ethyl,
methidathion, profenophos, ethion, triazophos &g EPN n zj Ne9in1luAaeiu 3 ¥ln Aoa-
endosulfan, B-endosulfan kay endosulfan-sulfate wazngulninsess 31w 7 vlla Ao bifentrhin,
L-cyhalothrin, permethrin, cyfluthrin, cypermethrin, fenvarelate wag deltamethrin mmu%q‘w‘é
93.5-98.9% wanAuMves Dr.Ehrenstorfer

72 @15 dlAwn acetonitrile, ethyl acetate, hexane, magnesium sulfate, sodium
chloride, sodium sulfate, SPE sorbent %ia primary-secondary-amine (PSA)
7.3Lﬂ'§'aﬂLLf9h e zfaqawmﬁm(ﬂ% lawn volumetric flask, volumetric pipette, beaker,
cylinder, funnel, round bottom flask, centrifuge tubes Yu1n1.5 wag 50 mi, vials for GC YU1A 1.5
ml, auto-pipette ¥u1m 0.1- 1 ml wag 1-10 ml
7.4 \esesiieinemans leun wesosdslwiimaion 5 dundauaz2 duss, Food
processor, Vortex mixer, Lﬂ%'aﬂcentrifuge
75 wn3esnsialiaTsivdaLaruTuiuaisivanf1evesingiiivinies Gas
Chromatography 31 6890N Agilent Technologies) fiflfansiata2udinfe Flame Photometric
Detector (FPD)L4 analytical column: DB-1701P @313 817 30 m. 0.25 mm id. 0.25um film
thickness wagwiinMicro-cell Electron Capture Detector (UECD) wagld analytical column: HP-Ultra

1 A48 25 m. 0.32 mm id. 0.17um film thickness carrier gas: He 1.2 mU/min AMMuaAanII

yaun3esiions Inlet: Splitless at 250° C Oven: Initial temp. 100 © C hold 1 min, ramp 15 ° C/



min to 180 hold 3 min , ramp 25 © C / min to 250 hold 35 min, ramp 30 ° C / min to 260 hold

2min
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2. wssnansaraeNInIgIunguessniluneanealviiaududusening 0.02-2.0 me/kg Usenaumae
dimethoate, diazinon, parathion-methyl, pirimiphos-methyl, malathion, chlorpyrifos, parathion-
ethyl, pirimiphos-ethyl, methidathion, profenophos, ethion, triazophos . & ¢ EPNA Ej 4
p85n1lUAABSU 3 YA AB a-endosulfan, B-endosulfan way endosulfan-sulfate fisgRuauTugy

551309 0.01 - 1.0 mgzkg ansngulninsaen fis2iU 0.02 - 2.0 mg/ke

1%
)=

3. Bonogeitviidusunuvesiivnguayulnsifivununaslsilagauaiiidiuvousyme loun lu
Tusznuazluazseumd nsanalaedd QUECHERS (Anastassiades, 2003)
Fagegs 10 ¢ ld centrifuge tubes Ww1M 50 ml  &@finFi8E1928 acetonitile
IUIL0ML WALVYIAIY vortex mixer Viﬂmm%aiauqqqm 1 W19 1@ NaCl 1.0 g way MgSO, 4 g
Wwedae vortex mixer 411 1 w1y centrifuge fiAa1115950U4,000 rpm. w1y 5 w1t 1
autopipette @mmsazmadauuuéfnaéw 1 mU1d micro centrifuge tube 1.5 ml 7ild PSA 0.05 g
MgSO, 0.15 ¢ way GCB 0.02 ¢ Wwede vortex 30 3undl 1wl centrifuge 8nasa andfuld auto
pipette gaansaratgdIuuy Usung 0.5 ml $1uiu 2 viaen inluanUSunsmewnalulasiauauuis
WEIUSuU3ms 8 0.5 ml ¢e ethyl acetate waz hexane 1d GC-vial ¥ilunsaadinsnziisng GC i3
WIRN35297A UiA FPD Lag uECD
4. MINAFOUANLYNABIVBIITAATIZY (Method Validation)
4.1 MINeaEpUkarUsEiliuel Performance Characteristics $114¢)
naapUATIRTeaTuNTIRTIERlaunn Range, Linearity, Accuracy, Precision, Limit of
Quantification (LOQ) wag Limit of Detection (LOD)
4.1.1 Range / Linearity
naaou sample blank wag fortified sample blank 533 5 sgAulvinsouAqUYIINIS
s anududuay 1 91 thaaududuves fortified sample wazn response TUideunsnluaz
AIalAT correlation coefficient (R?)  a1nANdNRUSIELEU Tdnausin1seausu A1 R? = 0.995
4.1.2 Accuracy
N13M533d8UAccuracyl LN au9ii1vium Ae mean recovery 8¢5¥131970 - 120%
yhmsaaeu fortified sample Aiszdumadiudiu 3 sedy fio i nans ge aslusnedndluasszumiinay
Tulnszmenududusziuvay 6 91

4.1.3.Precision



MsNAERUAILE eI TIA TRl TIuS(repeatability nanwalugva%RSD,
(Relative Standard Deviation) ¥n15nageu fortified sample fiaaududu 3 sedu adlusiegily
avsvuntnazlunssnanududuseduazs 81 Yilulnseiiegaudatn duimme % RSD,
3% 150-5725-2U 5% un1sveusulaSeuifisuduafild A1l anaunis Homwitz (Horwitz’s
equation) Funagiftvun #e % RSD, AT 098N 1A% RSDy o, BIEAINATSAILIURINENNTS
Horwitz
aun13 Horwitz @143V repeatability % RSD, = 0.66 x 2 (10508 ©)
vennigslfinasiiasanmmniissannafildanmsiuanaHORRATHS® Horwitz ratio Hesnin
2 (AOAC, 2002) tHuinausiseususie
4.1.4 Limit of Quantitation ( LOQ )
Fuenuidudusigeuesansiaulalumegsiisnaaevannsansiainlafnnududussdu
Jawnsomeruduliadianuuduiaranudiodussfuiisensuls nedeu fortified sample 7
FEAUAULTUTY 0.008me/kg d1mSuNguoasn luAaesy TeAUAMUTNTU0.025 me/kg dmSungu
posnlurlaanasalazseAUANNTNTU0.05 me/ke dmSungulninsess Tudiegsluasssuminayly
Tnsew1s1uau 6 81
4.1.5 Limit of Detection ( LOD )
Juanmidudusigavesasiiaulalufegaiisnaaevamisonsininld nsmeaaeu LOD
annsavlivaneiSlasdenldanaumanzauuasndululy ewmnnsvageunaaiinisiganng
Jududedldimedislinanin dealdineuasdsnailaglidndu nsuanwaswesdeyatednduwuy
t-distribution sty LOD Fawirifu tione it 001, n1) X SD wiialeiAn t fidvindu 3 TneUszanafedosting
NAFeU 7-10 91 (wassas, 2589) A LOD vesusazansiinnnnsdiuiaen standard deviation (SD)
yosfegniimmdutuigailinaaou Ssfeainanaaeuniunasififruafeinanaaoudiadeves
recovery 8glutag 70-120 % [SANCO, doc 12498] finaccuracywad precisioniazaglulnaiueusufie
%RSD Houni1 20% [repeatability, 96/46EC]  waz HORRATLULALZ2 (AOAC, 2002) F3A1u2tuAT LOD
91ngn5 LOD = 3 x SD
— nAuaTAn T
naAu 2557 - Aug1eU 2558
naudfeingiiiunisinuns neRdeiaundadunisninniansinuns ATUAYINTSINYAT
8.uaN1SNAABILAZINTAl
Han13N13ndeuUANldlaveitinsgansivytindialuivayulnslneISQUEChERS
A18Gas Chromatograph N1svnAgeULazUsziluaA1 Performance Characteristics #1149 lawn Range,

Linearity, Accuracy, Precision, LOQ wag LOD fnan1svnagauasil



1. Range uay linearity wan15UszLdiu A1 Correlation coefficient (R 21nANENNUSLTS
Wy ldinoaet gausu A1 R? = 0.995 wuiimsiesgansnguessnilurleanasa eesnilunaeiy uay
Indnseedd A RZ > 0995 uazll range egluthwagmuudviavesans Ml laengu
pasnluneaneasa dAegluyie 0.02-2.0 mgkg ngueasnIslunaesu Aegluyie 0.005-1.0 me/kg
nqulninsess agluti 0.02-5.0 me/kg

2. Accuracy NMSASIIEEU accuracy Minawivensuie Aadeves recovery 9E581IN 70 -
120% NMTIATeRluazszwn Mfuansuinsg e wuiilauuiuainerecovery lutig 85-116 %
dalulusenn d%recovery Tuting 82-120 %

3. ANINAABUAIINLTIEIT09n153AS18% 19n1517uS 1 (repeatabilityyuaanalu gy
4849%RSD,(Relative Standard Deviation) ¥inn1snageu fortified sample fiaanududu 3 szau asly
FregsdunnududussRuazs 91 thlUBnsesiiieg19udNn A1UIamIA1 % RSD, ALdE I1SO-
5725-2UssifiuniseensulnsUioufisufuaiildmuinainaunisHomwitz (Horwitz’s equation)d
LNQUTIUA B8 % RSD, ANTIS0ITosNI1AN% RSDugne 24MH1NN1SAILINAINENNS Horwitz

a1n13 Horwitz @115V repeatability % RSD, = 0.66 x 2 (10518 ©)

4. Limit of Quantitation (LOQ) MnN1sNAdeUNUIN fortified sample blank f18 AIMLTLUU
52U 0.01-0.05 me/kg Fuduszdumanildlunsiinseiansnauesinilureansda sosnilunasiu
wazlnEnsossianunsasenuduusinaitrmuuiuiasanuitedusesuiivousuldvaasuiiangersD,
< %RSD pionir, H8% 1A HORRAT < 2 lngluluagszumiiien LOQ vaeingility Auesedt 1 warluly
Tvsenn A0 LOQ  Mamns7eii2

5. Limit of Determination (LOD) HAv8SNINAROUNGNANTANNTNLINATINAGEY accuracy
Way precision auNAEITiFIMUARINa"Y nudTluagszuwmifian LOD 2¢/lur39 0.002-0.02me/kg (AN

7 1) Tulnszwilan LOD 2g/luv39 0.002-0.02me/kg (157971 2)
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Pesticide Spike level | % Recovery % RSD Predicted LOD LOQ
(mg/kg) (n=6) %RSD

dimethoate 0.025 107 7.7 18.4 0.02 0.02
0.1 102 1.3 14.9
0.2 101 1.6 13.5

diazinon 0.025 102 8.8 18.4 0.02 0.02
0.1 98 a7 14.9
0.2 102 0.9 13.5

parathion-methyl 0.025 100 6.9 18.4 0.02 0.02
0.1 94 3.6 14.9
0.2 99 7.0 13.5

pirimiphos-methyl 0.025 99 6.8 18.4 0.02 0.02
0.1 95 4.5 14.9
0.2 100 1.7 13.5

malathion 0.025 109 12.3 18.4 0.02 0.03
0.1 97 3.0 14.9
0.2 100 2.3 13.5

chlorpyrifos 0.025 97 12.9 18.4 0.02 0.03
0.1 85 6.0 14.9
0.2 89 3.0 13.5

parathion-ethyl 0.025 111 20.1 18.4 0.02 0.06
0.1 96 2.6 14.9
0.2 101 1.8 13.5

pirimiphos-ethyl 0.025 103 15.1 18.4 0.02 0.04
0.1 95 7.3 14.9
0.2 101 2.4 13.5

methidathion 0.025 105 17.8 18.4 0.02 0.05
0.1 95 4.8 14.9
0.2 98 2.6 135

profenophos 0.025 104 11.9 18.4 0.02 0.03
0.1 90 2.6 14.9
0.2 92 4.4 135

ethion 0.025 108 6.7 184 0.02 0.02
0.1 96 3.8 14.9
0.2 93 1.1 13.5

triazophos 0.025 116 9.4 18.4 0.02 0.03
0.1 100 3.6 14.9
0.2 103 2.7 13.5




Pesticide Spike level | % Recovery % RSD Predicted LOD LOQ
(mg/kg) (n=6) %RSD
EPN 0.025 100 11.6 18.4 0.02 0.03
0.1 95 53 14.9
0.2 94 2.0 13.5
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Pesticide Spike % Recovery | % RSD Predicted LOD LOQ
level (n=6) %RSD
(mg/kg)
diazinon 0.025 112 7.2 18.4 0.01 0.02
0.1 101 2.1 14.9
0.5 117 1.8 13.5
parathion- 0.025 117 7.5 18.4 0.01 0.02
methyl
0.1 104 2.1 14.9
0.5 120 1.5 135
pirimiphos- 0.025 109 14.1 18.4 0.01 0.04
methyl
0.1 101 2.9 14.9
0.5 118 2.2 135
chlorpyrifos 0.025 118 9.7 18.4 0.01 0.03
0.1 103 2.9 14.9
0.5 111 2.6 135
parathion- 0.025 118 16.7 18.4 0.01 0.05
ethyl
0.1 108 3.9 14.9
0.5 120 22 13.5
pirimiphos- 0.025 111 10.1 18.4 0.01 0.03
ethyl
0.1 102 2.1 14.9
0.5 117 2.4 13.5
alpha 0.008 88 19.5 21.8 0.004 0.01
endosulfan
0.04 90 9.6 17.1
0.08 84 5.7 15.3
beta- 0.008 98 18.6 21.8 0.004 0.01
endosulfan
0.04 94 4.6 17.1
0.08 99 4.1 15.3
L-cyhalothrin 0.03 82 9.5 17.8 0.01 0.03
0.2 113 2.7 14.0
0.3 109 5.9 12.5
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Pesticide Spike % Recovery | % RSD Predicted LOD LOQ
level (n=6) %RSD
(mg/kg)
cyfluthrin 0.05 110 13.6 16.8 0.02 0.1
0.2 112 5.7 13.2
0.5 105 4.9 11.8
fenvarelate 0.05 110 124 16.7 0.02 0.1
0.2 111 6.4 13.1
0.5 112 14.5 11.8

9. @3UNANIINAADY
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Tulnsenlaeds QUECHERS Tneirsasunalasulansmafiniingatn UECD wag FPD iumadeu20
inunavagauladIuInl3 sllalulugzssund wagdruiull sdelululusen munsdwmesange
ﬁﬁ’muﬂﬁa range/linearity 1AIR? > 0.995 MIIVIAADUAN accuracy ey precision agﬂummsﬁﬂaaﬁu
flo mean recovery 8gluY3470-120% A1 HORRAT L3iifiu 2 A1% RSD vedrepeatability Woenin 20%

lagden LOQ aglurae 0.02-0.1mg/kg

10. nsululduselowd
IndayanisnsivaeunuldlavesinsieviansiivyiasiiegluayulnslagISQUEChERSAEGas

ChromatographanuAnisfimesaneg idvundmsuisnisnsiaaeuanuldly et luveneveudie

nMsnalingiansiivandduiivinaulnsifiensfusesdmiunsdsenn wazmounslimipaui

NEIDITUNIINTIRAATIEVETRYANANNVRINTIIINTINYAT kazyaulasialy

11.L9n81597989
fimassas ador. 2509, wuuFRnmaveaeuaugndisweitiiaszilaeviesuftRnaiden
NFUINBIMNAATNITLINNE. 124 RN
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