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Method Development for Pesticide Analysis in High Acid Content Plant
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msfauLaznsvaeumniltlsiveitinsgiasivands luiividanudunsagslng
7% QUEChERS  (Quick, Easy, Cheap, Effective, Rugged and Safe) Iﬂﬂisffm‘%mLLﬂﬂIﬂﬁmImﬂi’lw(Gas
chromatography)‘ﬁﬁﬁﬁﬁ]imfﬂsﬁﬁﬂ Flame Photometric Detector (FPD) & Micro-cell Electron
Capture Detector ( LECD) wielildiEn1samalinseifiunzauuasivssansam Inglddunudendou
(Mandalinskdushunuveslufignse gadu( citrus fruits) 1438n13n5193a51eMlaesun 038 QUEChERS
AnnAI0871993Y acetonitrile  magnesium sulfate Wag sodium chorlide Mnturdndasuniu( clean
up) @18 primary secondary amine k@a¥ magnesium sulfate 5233 LATITRE1TN ¥ N f:j by
sasnlueaesa oesnilunasiu way Ininsesd $1uau 5 vlaldun diazinon O-Endosulfan  [3-
Endosulfan Endosulfan sulfateltay Bifenthrin  AnndnAnveIn1sindesusuia (Limit of quantitation,
LOQ) fA¥iniu0.05, 0.01, 0.01, 0.02uaz 0.02mg/ke MUAINU WNANIINAGDUAINILIU(accuracy) 19
A% recovery lugae 70-110 fAaadies ( precision) wanddae HORRAT 2gluy39 0.2-1.2 9nWaANIS
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A5n15anm(extraction) A8 acetonitrile wond@Iua1TANA(liquid-liquid partition) #1178 magnesium
sulfate wag sodium chloride AdnasUuou (clean-up)# 28 magnesium sulfate wag primary
secondary amine A59IAELATeY Gas chromatography/Mass Spectrometry (GC/MS) FaldU3una
fhegnazansataitesnitiSatauuuiy Lifeddgunsaiiazinieuimatsvia Tfssnaigide
flovdein3nnuen wazn1sanazneudmeindssumisscentrifuge) FranAldinauazUSinavondefiin
nmsanafegie Tduduauann

A15n529a0UAUlYlaue9ds (method validation) ABn1s8udulnen1SASIIEU WAL
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1. @15079357U nquanseeinilureanasa eesnilunaeiu waz Ininsoun 5 ¥lin AN
‘U%?j‘mé 93.5-98.9% HANfNIMUDY Dr.Ehrenstorfer

2. @seiloann acetonitrile, ethyl acetate, hexane, magnesium sulfate, sodium
chloride, sodium sulfate, SPE sorbent %ia primary-secondary-amine (PSA)

3.a30uiuazdaninemans taun volumetric flask, volumetric pipette, beaker,



cylinder,
funnel, round bottom flask, centrifuge tubes «uM1.5 uag 50 ml, vials for GC ¥um 1.5 ml,
auto-pipette 9u1m 0.1- 1 ml iag 1-10 ml
4 \eSesdieinenmans laun wdestsluimedon 5 fundiiaz? fuvis, Food
processor, Vortex mixer, Lﬂ%lanentrifuge
5. Lﬂ‘%aqmw%meﬁmﬁmLLazﬂJ%mmmiﬁwmﬂé’wwaﬁmqﬁﬂwm%mas Chromatography
3U6890N Agilent Technologies) fiflinsiain2viafe Flame Photometric Detector (FPD)LY
analytical column: DB-1701P @2131817 30 m. 0.25 mm id. 0.25um film thickness waguinaMicro-
cell Electron Capture Detector (UECD) wagly analytical column: HP-Ultra 1 A371817 25 m. 0.32
mm id. 0.17um film thickness carrier gas: He 1.2 mU/min ﬁmuﬂﬁm’w%ﬂm%ﬂﬁaﬁdﬁ
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
Detector: 1.FPD with H, flow 150.0 ml/min, Air flow 110.0 ml/min and N, make
up flow 60 mU/min. 2. uECD with N, make up flow 60 ml/min.
/N9
1. AUATILONATTLAZINUNUNITNITNABDY
2. wisuasIRsgIunausneiilinaaeufio sesnluleariesa sesnilunasiu uas lndvsesd Aldly
msnaaeulvidanadudusEning 0.02-2.0 ug/ml §Wu diazinon Mdusununguesiniluneanssa
AUt UTENINg 0.01-1.0 ug/ml d1%fu Q-Endosulfan  B-Endosulfan Endosulfan sulfatefiiu
fununguessnlunasiutazanudidusening 0.02-2.0 ug/ml dwsu Bifenthrinfdusnununguled
NT0A
3. idendhethsiiviidusunuvesiivdinudunsags 1Wu dudendoudsinnisdn pH 1dd ¥inans
nadeu fortified sample fiszfuaududusng 358fU fo 0.010 0.100 ¥a0.200 me/ke dwsu -
Endosulfan B—Endosutfan 0.025 0.250 0.500 mg/kg d1%5U Endosulfan sulfate 0.025 0.050
0.500 mg/kg @115U Bifenthrin wag 0.050 0.100 0.200 113U diazinon asluAIBE19EN AMUTUTY
sydfuaz 691
3.1 N5ainlagISQUECHERSAA Anastassiades, 2003
Hageee 10 ¢ 1d centrifuge tubes WM 50 ml  a@fndaeg 199y acetonitile 1w
10ml WaILYEMY vortex mixer ﬁﬂafluﬁfgsauqqqm 1 U 1@ NaCl 1.0 ¢ uag MgSO, 4 g Lug1n3e
vortex mixer W1y 1 Uil centrifuge fA115259U4,000 rpm. WU 5 Wil i lUedaans
sunulagly autopipette gaa1sazatgduuuAI9819 1 mlld micro centrifuge tube 1.5 ml 7i 1d

PSA 0.025 ¢ MgSO, 0.15 ¢ Lu81628 vortex 30 31U 1U1lU centrifuge 8nAse anntuly auto



pipette gaansaratwduul Usuing 0.5 mlihliandsunsmeunalulasiauauuiauaiusudiugs
Wu0.5 ml Ay ethyl acetateld GC-vial ¥1lUns197tAS1¥3A8 GC-FPD daudieg19d miunsia
AR GC- ECD YA UNNSYIRENTTUN LT U UR 8198 mMTU GC-FPD wilUBsusavi
azanglunsusuusunnsidu hexane
4. NMINAFDUANINYNABIVBNITATIZY (Method Validation)
4.1 nMsveaautkazUsziiiua Performance Characteristics $1714¢)
nadoumTietastunsieszilaun  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 333 5 s¥AuUlvinsoUAqUYIINIS
Aipsedt anududuay 1 97 Yimenududuves fortified sample wazAn response lUTaunsinuas
A1UIUAN correlation coefficient (R?)  ainAudunusidaudu lginaginisseusu A1 R? > 0.995
(Codex, 2003)
4.1.2 Accuracy
N3 339a8UAccuracyldinaugiinvun Ae mean recovery 8g5¥131970 - 110%
(FAO/IAEA/AOAC/IUPAC 1999, Ambrus 2000) vinisnaaeu fortified sample fisgfuaiadudu 3
26U o i nang g9 atludegeduanududuseiuag 6 8
4.1.3.Precision
A1INAdEUANLT BIY0In1531AT 18R LEn 15N auT 1 (repeatabilityynaaanalu gl
4849%RSD,(Relative Standard Deviation) ¥inn1snageu fortified sample fiaanadudy 3 szau asly
FregsdunnududuseRuazs 91 thlUBnsesiiieg19udaNn A1uIaniA1 % RSD, ALdE I1SO-
5725-2UszifiunisensulaesudisuiuaiildduanainaunisHorwitz (Horwitz’s equation)ds
LEUINNUUA AD % RSD, Aniigostioanindnde RSDy ot FIHANNASAILIUINANNTT Horwitz
a1n13 Horwitz @115V repeatability % RSD, = 0.66 x 2 (105108 ©)
uennddddinasiiansanmnuiisnAfilEannsaunAHORRATHS® Horwitz ratio toenin
2 (AOAC, 2002) tHuinusigausumie
4.1.4 Limit of Quantitation ( LOQ )
Hunrudutumianvesansiaulalusegaiiinaaeuannsansainlifanudiduszdu
dawnsasmeruduliadiianuuduiaranudiodussfuiisensuld naaou fortified sample 7
JEAUAMULUTY 0.01-0.02 mg/kg dmTUNgueaINIIUARBTY TEAUAININTL0.05 me/kg dmTUNEY
pa3N1lunlpaneIaLaL SEAUANTNTU0.02 me/ke drusunaulninsaen Tusegiedudiuiu 6 8

4.1.5 Limit of Detection ( LOD )



Juanuituduigavesasiiaulalufegaiinaaevamisonsainld nsmeaeu LOD
aunsavnlivanedtlaedenldanaumanzanuasndululd owinn snageumaniinsvigiuine
Jududedldimedrslnanin dealdieuazidanataglidndu msuwanwamwestoyaiiodnduwuy
t-distribution st LOD Fawiniu tone tail 0,01, n-1) X SD diolan t fawiniu 3 TneUsvanadedosiinis
ydou 7-10 91 (fwassns, 2549) A1 LOD wesustazansldainnisdunen standard deviation (SD)
yosiegefinudiduigailinaaoy Seosdinannaoudinsiiivuafelinanaaeudiadsves
recovery 8gluaq 70-110 %[truness, 96/46 EC] Aaccuracywas precisionwazagluinusieausune
9%RSD taeni1 20% [repeatability, 96/46EC]  (FAO/IAEA/AOAC/IUPAC, 1999)iay HORRATLHLAU2
(AOAC, 2002) 3afruan LOD 29ngn3 LOD = 3 x SD
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8. HAN15VAABILAZIVTAl
nan1sn1snTIvdeumuldlaveitinziasiuridanie ludulngISQUEChERSMEGas
Chromatographynisnaaauliasuszliiuei Performance Characteristics 6114 lAuA Range, Linearity,
Accuracy, Precision, LOQ uaz LOD fnansnnaousi

1. Range uag linearity wan1sUszidiu A1 Correlation coefficient (R?)  21nAMUELNUGLTS
u Tdnuel geusu A1 R? > 0.995 wuiimsiasisnansnguesinluneanasa sasnlunasy way
Ininseeadl A1 R? = 0.995 wawdl range ogluyieranLLAYIn0sEns el diazinon 0.02-2.0
mg/kg  A-Endosulfan, B—Endosulfan, Endosulfan sulfate 0.01-1.0 me/kg Bifenthrin 0.02-2.0
me/kg

2. Accuracy N15ASIVEU accuracy Minauieausuiie Aadeves recovery 9genINe 70 -
110% NMFIATdLARLAN5IRTs I wuhilauwsiuainderecovery Tutaa 78-107%

3. Precision N190TI1980U precision lUlnuggensuaInel relative standard deviation
%RSDpionmits LLazHORRATWU'jﬁ’mq“ﬂwﬁmaauﬁﬁwamaauagﬂuLﬂmeﬁaau%’ué'ﬁﬂé'n Aa %RSD oy
91 9RSD 1rr, $AZEIAT HORRAT < 2 598 Aainnsn9il 1

4. Limit of Quantitation (LOQ) AMnNN1IMAERUNUIN fortified sample blank Mg ALTLTY
seU 0.01-0.05 merkg Fuduszdumanililunsiinseiansnauesinilureansda oinilunasiu
wazlnEnsossianunsasenuduusnaitsmuuiuiasanuitedusssuiivousuldvaasuiiangersD,
< %RSD howit, 48 1A HORRAT < 2 lawilan LOQ sl diazinon 0.05mg/kg  Q-Endosulfan , [B-
Endosulfan 0.01mg/kg Endosulfan sulfate 0.02mg/kg bifenthrin 0.02 me/ke



5. Limit of Determination (LOD) KWaU8INIINAABUNGNANTANANUNTINAFOU accuracy

Wag precision MILNATIAMUAAINETY WUI1EA1 LOD agluy390.002-0.02me/kg (1151991 1)

M990 1 NANISNAFBUAINULUULALAIUIBIUBIIS IATILVIAIBE198ULA8ATIQUECHERS

Spike % Recovery
No. Pesticide level (n=6) % RSD HORRAT LOD LOQ
(mg/kg) mean + SD
1 Q-Endosulfan 0.010 78 + 0.001 9.6 0.5 0.002 0.010
0.100 83 + 0.007 8.6 0.6
0.200 85+ 0.017 9.9 0.7
2 B—Endosulfan 0.010 83 + 0.008 19.4 0.9 0.005 0.010
0.100 84 + 0.002 9.5 0.6
0.200 99 + 0.013 6.6 0.5
3 Endosulfan sulfate 0.025 83 +0.008 15.5 0.9 0.005 0.025
0.250 84 + 0.002 9.5 0.6
0.500 99 + 0.013 6.6 0.5
4 bifenthrin 0.025 80+ 0.024 10.1 0.6 0.006 0.025
0.050 85+ 0.002 5.8 0.4
0.500 86 + 0.059 13.7 1.2
5 diazinon 0.050 100 + 0.053 6.6 0.4 0.016 0.050
0.100 107 + 0.004 3.3 0.2
0.200 104 + 0.016 7.8 0.6

9.47UNaN1INAADY

Ingiifuiinumazou 5 yiarunasinaaeuldanua samndimesenggitimun
fg range/linearity d4AR? > 0.995 N1SMABUAN accuracy Whag precision agluinauiigauiue mean
recovery 9gluna970-110% @1 HORRAT lalifi 2 A1% RSD wadrepeatability Woeni1 20% laeilen

LOQ agluy39 0.01-0.05mg/kg

10.n1511 W T9Us2 el
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Chromatography suAIn1s1dme s inmuadmsuisnisasadeuanuldle ieilUveieveuaieg
NNINTIATIZRATRERNALUN A LIINDNNT5U TR M UNITaIDN LaziNawns tAnLUIB9uilAgITDY

UN1IATINATIVENTRYANAIVRINTUIVINITNYAT wazhaulasialy
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