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1. YAlATINITY : Weuagiwuladensudanianisinuns
2. 15aM15338 : NMIRAIUINITNTIVIAT BV TRANANvesingdunTelvigneas
WUEINNLATEILENG
nanssu 1 : MsiLIkaznTIaaeuAUlYlaveItllaTEvian siynnAng
nanssudayl.2 : awnnatianisinsziasiivanansludn walduasndninemianis
YA
3. Fomameaeswlng)  : nsmseaeunlilfuesitiesgiansivngy

organophosphate 31131 29 viia Tuyseulnes QUECHERS
AaemAlla Gas Chromatograph
%amswmaae(mmé’anqw) : Validation of QUEChERS method for determination of
organophosphorus  pesticide residues in  durian using gas
chromatography with FPD

4. Anzganiiuany

9N15NARDY Juadnel weushvuge  nquideTngiiiunsinuns aun.
ERHER LungInen Uaes nauITeIngiiyn1snens auw.

5. UNANED
nsnaaeuaNuldliveditiaeimethod validation) Jngiiiwdnuiu 29 wiia Tuyseu lngld
WUATILA QUEChERS  ATI9lATIERasivnnA1e AIeLA3ed Gas Chromatography/ECD-FPD s
parameter Ainaaey vnaaaslusEunssRuANNuTuYesingiifiv 5 sedu Ao 0.01 0.025 0.1
0.5 uag 1.0 mg/kg szAumNuUdNTUas 7 91 nWanIsndeun1snsIvaeunIllelavesisiasv
a | o a a 1w a a [J a IS
a@137iungu organophosphate 41u3u 29 wiialunsey wuiringiifiwd i 29 wia dauwansauly

mseaeulasaninsanTIieeiladedisgnies (Accuracy) uarllenuilsswedisiiasesi (Precision)
ogflunausiioensuls  Range wadidlmmzviiarwdfusiBady e correlation coefficient (r) o
JEUIN 0.997-1.0 NUITTTUATIHEINTaNTITBAT IV Ingiiiundueasnilunean 29 wia aglurie
0.01 - 0.5 mg/kg A1 % NITIATILRTOUNAU T8WIN < 49-152 % , 60-108 %, 81- 148%, 89-132%
WAy 88-116% mwa1AU 1A LOD Tugsaanuidudu 0.01-0.025 me/kg ngiiydnuiu 11 vila d67
LOQ wihiu 0.01 me/kg lelA etroprophos, phorate, chlorpyrifos-methyl, parathion-methyl,
malathion ,chlorpyrifos, parathion-ethyl, methidathion, prothiophos, ethion L&y

triazophos  ngilfiy 11 ¥ia dA1 LOQ Wiy 0.025 mg/kg dichlovos omethoate dicrotophos

dimethoate diazinon pirimiphos-methyl fenitrothion pirimiphos-ethyl EPN phosalone L & ¢



% =

coumaphos Tnaiiiwduiu 5 ¥iia dA1 LOQ Wiy 0.05 me/kg taun acephate, monocrotophos

q

phosphamidon phenthoate Wag profenophos MRy 1UIU 2 ¥iia A1 LOQ WAy 0.5 way 1.0

q

me/kg 1aA methamidophos wag azinphos-methyl

6. AU

Tuthagtulsiinsddsfadesguameniouardaunndeyannislias chlorinated
solvents  3uAadSnsieseilndgiivandesnisldansiananlunsatn Tagldansduidu  non-
halogen-containing Way solvent mixtures WU ethyl acetate : acetonitrile Wazcyclohexane :
ethyl acetate WJudu aneudioin1siinisasmadesisiiiaznin 952 sieliwng anansaldiuia
LLazi’mqﬁﬁwa’lmﬁﬂumﬁLﬂiﬂgﬁﬂ%ﬂtﬁ&ﬂ iauﬁa@mmwmamamimaﬁmeﬁqa andunouLay
wssuptlunisatadiegns Wansefiuavedosuiatos 1ud 2002 Michelangelo Anastassiades was
A ldiamnIinsasviessiansiuandalusnuasnalsd uaghadein QUEChERS Method (Quick,
Easy, Cheap, Effective, Rugged and Safe ) Tul 2003 laweunsAnunluinsas Joumnal of AOAC
International  udsntuvesiRmansaaiinnesiarsivandle CVUA Stuttgart Ussimeigasiiu
(The pesticide residue laboratory of the CVUA Stuttgart, Germany) AT ldd s uauUsedn
Tumsanieszransivanasluinuasualil wazlaltnsimmegauautiung (proficiency test) Au
EU-PT 4 Tudu(2002) FslinannaoudimBen  soun Steven J Lehotay wasaniz Modn1sdautatuas
WaAsnsnTadneiilnonsvenevout o invesansuarity Tagld buffering salts Liouia
Usganinmnsnduiulduesansitingzi (Recoveries) 7i pH finasioans analytes lagld acetate
buffering Tun1susuAn pH Uszana 6 Tusegafinsiadinsest wagldffiuluinsans AOAC 2007.01
Anastassiades wavaay Mdmuisnsilagld citrate salts dwduiliu buffering lunisnsaaiAs ey
ansinzildennluii wazldffiniuazimeunsly the European Standard EN 15662 U 2008 lu
9t 38 QUECHERS iBumsguildsunsiisusgisunsvarslunguuszsimaglsy ansseunin uay
Useinarngy W linnaauUse@nsnmnisiessd  wasauaIunsarefian1stiunelfuifinisnsis
Ansesiansivanés uarlinmaiinseiidunulsesianassuazienty iaeld Acetonitrile 1u
anslumsain fifenfeanunsaldléne GC war HPLC  ludumeunisainagld Magnesium sulfate
anhydrous wieldluns partition wawiiinuszansninaes recoveries (Mylwszhdoundu) dwiuly
FupouvaIns clean-up (mﬁﬁm?aﬂmﬁau) Magnesium sulfate anhydrous %ﬁmﬁﬁﬁﬁumiﬁ@@ﬁw
Sodium Chloride Fglunisanaandu Polar 909 co-extractales wava11n5nan recoveries U994 @13
Aunsnzaiidu polar (polar analytes) Primary Secondary Amine (PSA) 14lunnsudndsuidou wan
organic acids, sterols uag ﬂ@jm%@ﬂ‘jﬂﬁﬂaLL@%I‘EJﬂuU’NGU‘Ij@] war Cpp Wlunsvdndewdon won

hydrophobic interferants Lau Tugu



nsadufanssunelugavagtunategnsal - nesendenanisinanveslurnisiuvey
adsznaunmsanaula wu nsehselanssuiumsndn  mMimuauAuaRdadun  Msduduaid
ulUmudamruanmanyuzlanzYesdunl NMsm1EiRNuLsunIgneAULATAN1ITLINGRY TN
nslanmsmsguaunifonismsdnlunanelan drfunismmieseiluiossjoinsiiegVinagniowuas
Huiudefiotu Bnsesvieneifitanldfesdinimasouanugniesesiinsiiesey (method
validation) fieuandliiituiriBvaaeuiufinnugnies wiug1 undefio uaswnzamaingUsvasd
YBINISITIY (ANI55ed., 2549) maﬁqaﬂmmﬁlﬁmaﬁ%mﬁmeﬁ@mé’ﬂwmLawwz‘ﬁléfaﬂﬁﬂm Ton
Fr9mududunss (linearity range) Fsvaensldanu (working range) ALY (accuracy) AIILIEN
(precision) Famitudusgauesanslufiogisiianansansranuls (Limit of Detection, LOD) wawe
anudutumianuesanslumeesfiannsansamuinalalnesinusiuwazaunioseglunmsii
goufUld (Limit of Quantitation, LOQ) melfannzmmaaeuiiimun 1esanviosufoRnisngs
mATeansfivande  nadvmaoees  Sududesianuuazinieunnumdeuiivdesl ORI IR
nunTenen  daiudeiigainaldlduesiinisiiasigd QUECHERS Tunsmsraliaesiansiiumndng
nauoosniluean TuySeu fewadn Chromatography GC ileliléismInsivlinseiidy
UINTFIU anunsalumsaseimmaiiauasUiinamsfvandsifoguiunandeslusetnaldgnses

waluE wazIIALS)

7. Aafiun1suazaunsal
1. gUnsniuaziniasile

1.1 centrifuge tubes vun 50 wa. (Polypropylene, LP, ITALIA)

1.2 centrifuge tubes wuUM 10-15 wa (Polypropylene,LP, ITALIA)

1.3 graduated centrifuge tubes wun 10-15 ua (Pyrex)

1.4 wiaadslnlfimaiioy 2 uag 3 fumis

1.5 ABU UALIAKT

1.6 wSeauadusaegns (food processor)

1.7 vortex mixer

1.8 widaaduwies (centrifuge) wiaude adapter d1wSU tube wWIR 50 ¥a. waz 10-15
8.

1.9 gunsalpadnuansarats(auto pipette)yurn 20-200klAsang 0.1-1 wa. 0.5-5 wa. uae
1-10 wa.9Un3alpnnga15AlaNvIn (dispenser) UA 25 3a.

1.10 wdesanusunsiaenisidnenialulauan (nitrogen evaporator)

1.11 1303 Gas Chromatograph &afins3a¥awida Flame Photometric Detector : FPD

f9e Agilent Ju 6890



2. @19l
2.1 acetonitrile, ¥iia pesticide grade J.T. Baker
2.2 magnesium sulfate-dried( powder, Fisher) W7 500 °C wiu 5 Halue wasAulid
fianAuin
2.3 Octadecyl Cig J.T. Baker
2.4 acetic acid (HOAQ): slacial
2.5 anhydrous sodium acetate (NaOAc) (powder-Merck)
2.6 primarry-secondary-amine (PSA) sorbent: particle size 40 pm (Varian part
No.12213024)
2.7 toluene vin pesticide grade J.T. Baker
2.8 helium gas : purity 99.999% uag N, gas
3,815
A13AEAURANANTUINITINTRTIN I YNauRDTN lunaaLY 29 wfin 1w
methamidophos dichlovos acephate omethoate etroprophos dicrotophos monocrotophos
phorate dimethoate diazinon phosphamidon chlorpyrifos-methyl parathion-methyl pirimiphos-
methyl fenitothion malathion chlorpyrifos parathion-ethyl pirimiphos-ethyl phenthoate
methidathion prothiophos profenophos ethion triazophos EPN Phosalone azinphos-methyl uag
coumaphos
2 N1SAIYUADEYY
fhogamiFoutszana 10 Alaniu vidlouaniuden sdudududng andutunduli
avdendeinsasy (food processor) mjﬂmﬁﬂﬁvﬁ’wﬁ’uﬁdau%’qﬁaasﬁqaz 10+0.1n5u 1d centrifuge
tube wun 50 wa. Ju analytical sample iiethluatiamansfivandna Tufegns (blank) Jsaziily

nagounuldlivesisiinseyt iiuiedaimualilugududsgamall 20 °C dwsuldlupswioly

3 M3ENALAZN1S clean up A28E14
3.1 NsanaA20e19 1nely3s3LAs129 Variation of QUEChERS-Method for Avocado

(fatty matrix in presence of water). Community Reference Laboratory for Single Residue
Methods. CVUA Stuttgart Germany wa (Anastassiades,M. 2007) ﬁ'sifgll

3.1.1 YaegmBeuiiogisas 5+0.1n5uld centrifuge tubes  JuA 50 1A,

3.1.2 \finl 1 6.5 WA, wazasazany acetonitile S1uAu 10 1a.

3.1.3 Ly Disodium hydrogencitrate sesquihydrate 37121 0.5 N¥u

3.1.4 iy Trtisodium citrate dehydrate 971U 1 Agu

3.1.5 1@y anhydrous magnesium sulfate (MgSO,) MU 4 N3U waz Sodium



Chloride 91u3u 1 n5u Uarn
3.1.6 \gelie Lavlug1iae vortex mixer sEAUAIILSITOUAIEAWIL 1 U7l
3.1.7 il Centrifuge ﬁﬂ’nuﬁaiau >3,500 rom WU 5 U9
3.2 115 clean up 1NAMUELDIAAIBEY 1ag Dispersive-SPE Cleanup
3.2.1 geansagangdinuuiiegne 911 4 1a. My autopipette dlu centrifuge
tube YuM 15 wa.
3227 1d PSA 100 un. wag ODS Cig 100 un. 15ud7 Vanuan wedne vortex
mixer SEAUAILTITOUGIEN U 1 WFl
3.2.3 111U centrifuge $e fseAuANILEITOU >3,500 rpm WY 5 UFi
324  gaansazas 0.6 ua. Tdlu GC-vial vua 2 wa. ihludadueies GC/FPD
Uiinas 2 pl iflenmavnuilauazUinaesingiifiunguoasnilueain
4 maziansiunndnedleinias GC/FPD
4.1 MIRIENIZVBNATES GC/FPD 6890 Tneild
FPD Column : DB-5ms; 30 m. length (i.d.) 0.25 mm 0.25 pm. film thickness U3u
anMTMINUTeLAIeaRil
4.1.1 oven : temperature: 100°C initial temp ramped to 175°C (25°C/min),
225°C (5°C/min),290°C (25°C/min runtime) hold 10 min, runtime = 21.6 min
4.1.2 carrier gas : Helium, flow 1.5 ml/min, Mode: Constant flow
4.1.3 injector : injection temperature 250°C, inlet: EPC Mode: pulsed
splitless, injection pulse pressure 56.40 psi until 0.75 min,
4.1.4 injection volume 2 pl
4.2 n1591 Calibration curve
Usuanmedesliogluanmndenasldons  thansazais  working  standard
solution  fisedumandudu 0.01, 0.025, 0.05, 0.1, 0.25, 0.5 uay 1.0 lulasniu/ua. Sadiaios
GC/FPD v calibration curve 1WSsuiflsumnuituduvesansazanefegafiuansazaneunsgiu
Tng plot nywlsewine Wuilld peak (peak areafluwnu y uasemududuresanshuwnuy x &9
calibration curve \Uunsvdunss (linear line) A1 correlation ¥®4 linear regression (R?) laitleenin
0.995
4.3 MINTIVNATIZRVUAVDIAITNEANAY
AnansatnmeguiiolinneviviauazUTinaansfiuaniig WATIToLAAY
WIBULWIBUAT retention time U89 peak $9ENAU peak Guaqa'ﬁmmgml,ﬁaﬁqﬁ]ﬂ'j']Lflumsénﬁm
Weafu (qualitative data analysis) thanduiaSinalaeifiouiiuiild peak sewinasavans

WINTFIUNUATENAMBENS (quantitative data analysis)
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5 msnagdauauldlivesisinsns
5.1 Accuracy
Jumsiaanugndewenidimszilaafivansuinsgiuesingliivasludied1ei

A A

AuNFDIN15M5I9ATIER  (sample  blank)  wagyinsasiadesigvimiesifuivesasi

—S
.
ED_
BC

)]
)}

[y

a L v A % o L% 1 = dl Y L% } % U aa
Waszvinduanle(% recovery) vinsvaaedludiiagmiseunsyiuANUNTuveIInginY 7 S¥Au
A9 0.01 0.025 0.05 0.10 0.25 0.5 Waz 1.0 mg/kg TAUANUITLTUAY 7 F1 UNAILATIZA 7 9131
! A A ¢ Y] 9 s o Y
wiAady Uszlllu accuracy 90 % recovery laginaein1seensu Recovery Tdnasinunlagialy
U939 Codex, 1995
5.2 Precision
Wunsinaufis@wedddinsed Jeldannisiasizien  (repeatability)  lu
o a wa =~ ) 1y v o Yasia ¢ 4 A va ¢ = ) = o
vesUfiRnsieniulagldszesiiandudu 1938wyt nsesilouasiiinsgiyaiediy  doinns
VPaIOeNUOY 3 FEAUANNTY TAUANUITLTUAYT 91 UINEIATIZRNIMY % RSD (relative
standard deviation) wazA1 HORRAT @1 precision fegluinawigensuilen  HORRAT lalifu 2
(Horwitz, 2000)
5.3 Limit of quantitation (LOQ)
LOQ Huausinawngauesinglifivluiiegaiaunsansnadingsils  Jawanis
TATIEdewdinugnee (accuracy) WagANLES (precision) HIUNATITIAMILA
5.4 Limit of detection (LOD)
LoD Wuanududumgavasansludmedrsiiamsansiadeszild  Jawanis

2V

WATIEARDEIAENIIEINVOY Signal/Noise FBILAAZEITNINATT 3

sTazan (BUAU - Fuga)

naAu 2554 - Mg 2555

#ounaiunig

ol uRn1snguauideasiiunnane nguidedngilivnisinens ddnddeimundadonisudnnig

ASLNWYANT

8. HaN1MAABIA IO
1. namsAassiitagenssumihunldlunisnaaas (blank)
HANTIATIEInTIRlinvasivanAsveaangueesnilurleas sau 29 wila Tudegrmseumianld

nndau



2. uan1snaaauANlUlavesiIs AN
2.1 Linearity uag Range Wan13A31z4 WUt range voe3slinszifinnuduiudidadu
fiAn correlation coefficient (r) 8g5¥n3N9 0.997-1 NUITIBHATILVAINTANTIANATIEATNGINWNGY
posmiuvleainn 24 viia ogluriia 0.01 - 0.5 mg/kg snviudngiity 6 ¥l laun methamidophos
acephate omethoate monocrotophos azinphos-methyl aqwlmi’N 0.025- 0.5 meg/kg

2.2 Accuracy Wag Precision ¥Mn1595293a5imlesidudvein1snsiaiassinauny

(%recovery) lnglnagigaus UV accuracy NANNLTUYD IR RElUfI0819>0.01me/kg < 1 me/kg

A %recovery agluyae 70 -120 (Codex, 1995) precision i1 %RSD < 20 uag HORRAT < 2
nansnaaeUNUINisEAuAadidl 0.01 me/ke vesTngiifiungy $1uru 29 wialy

fhetnamiFou (M519i1.1 way 1.2) %recovery YasHalATETH U NTIBRNTU (%recovery BEflutiag
70-120) §1uau 11 wiia laun etroprophos phorate chlorpyrifos-methyl parathion-methyl
malathion chlorpyrifos parathion-ethyl methidathion prothiophos ethion Wag triazophos & %
recovery U9 77-110% uagan precision 8 %RSD Tutae 1.1-7.7 uag HORRAT Tutae 0.1-0.4

wamﬁmeﬁifmqﬁﬁwﬁizﬁ’ummLﬁm%’uﬁlﬁr;hummsﬁaam%’uﬁssﬁu 0.01 mg/kg el
TnansvaaeurunasiausUsERuAIl 0.025 me/kg ruau 11 wila (1519711) Tewn
dichlovos omethoate dicrotophos dimethoate diazinon pirimiphos-methyl fenitrothion
pirimiphos-ethyl EPN phosalone W&y coumaphos A1 accuracy 3 %recovery Tugs 71 -96% @1
precision %RSD Tut13 9.0-13.7 uaz HORRAT lut14 0.5 - 0.8 AU methamidophos uag
azinphosmethyl laisuinauginiseonsy

Ingitwiuau 5 yia 7 runaeisensuseiupadudu 0.05 meke Iéufacephate
monocrotophos phosphamidon phenthoate ag profenophos %recovery lHan1sNAgDUNIY
\N9IBBNSU A accuracy & %recovery Tutae 98-114% A1 precision % RSD Tug4 5.2 - 8.8 uag
HORRAT Tua3 0.3 - 0.6
JnQiifiy methamidophos iansnaaeusiunamisensu Aiszdunrandudu 0.5
me/kg A1 accuracy 3 %recovery WU 90% @1 precision % RSD iU 4.0 wag HORRAT Ay
0.38

nRiliiy  azinphos-methyl VAN sNAGBUNIUNATIEBNSY  AIsyiuANIdNTY 1.0

e

meg/kg A1 accuracy & %recovery WU 113% @1 precision % RSD i1y 10.1  waz HORRAT

WinAu 0.94

2.3 Limit of Detection (LOD)
INMIUATIER fortified samples Tngiifiwdwin 24 wlialuSeunseduanududy 0.01

me/kg T 7 91 ATUIUONTIEIUVDY Signal/Noise VduAaza1TRRIlAININAI1 3 A1 LOD 989



Tgifteiuiu 24 siinildisnsmadeuiviiiu 001 meke MiuA  dichlovos etroprophos
dicrotophos phorate dimethoate diazinon phosphamidon chlorpyrifos-methyl parathion-methyl
pirimiphos-methyl  fenitrothion malathion chlorpyrifos  parathion-ethyl  pirimiphos-ethyl
phenthoate methidathion prothiophos profenophos ethion triazophos EPN phosalone uWag

(Y IS

coumaphos Inglifiwdnuiu 5 wila A1 LOD Wiy 0.025 mg/ke oA methamidophos acephate

q

omethoate monocrotophos Wag azinphos-methyl

2.4 Limit of Quantitation (LOQ)
91N fortified samples Fngiiiwdtwin 29 wlin lTufdegmiseunseiuny

WUTW 7 S¥Au Ao 0.01 0.025 0.05 0.1 0.25 0.5 way 1.0 mg/kg S¥AUAIIILTUAE 7 91 dNanIs

=

NAFOUN (A13719711)
Igiifiwdwiu 11 vlia 61 LOQ Wiy 0.01 mg/kg TRANINAGRY Accuracy wae
Precision mummsﬁmm@uﬁﬁmuﬂ luA etroprophos phorate chlorpyrifos-methyl parathion-
methyl malathion chlorpyrifos parathion-ethyl methidathion prothiophos ethion wag triazophos
Igiifiwduiu 11 vlia dA1 LOQ Wiy 0.025 me/kg Tinansmageu Accuracy wae
Precision shumm%mmgmﬁﬁmum lown  dichlovos omethoate dicrotophos dimethoate
diazinon pirimiphos-methyl fenitrothion pirimiphos-ethyl EPN phosalone &g coumaphos
Ingiftwdiuin 5 vlia A1 LOQ winiu 0.05 mezke lvinan1smaaau Accuracy way
Precision Nmmm%mmiﬁg’mﬁﬁmum lAun acephate monocrotophos phosphamidon phenthoate
kae profenophos
dmsuingiiy 92U 2 vlia lawn methamidophos wag azinphos-methyl A1

LOQ wifiu 0.5 mg/kg TNAN1INAGOU Accuracy ae Precision NIUNMILINITFIUNNMUA

9. aUNANIINARBILAZdDLEUBUUEY
yhmseaedluySeufissfumududuresingiifiv 5 sefu Ae 001 0.025 0.1 0.5
e 1.0 me/ke sedumnuduay 7 91 nnanInageumsnsIdeuaLldldvefisins s iansiiv
N&x organophosphate 313U 29 ¥iln

NanIsNAdEUNUITIsTAUAIENdY 001 0.025 0.05 0.1 0.5 waz 1.0me/ke vad

LY a J

)~ ° a o ! a aca ¢ v v sa v a
WQNW‘UﬂaﬂJ U 29 %u@ium?@ﬁqﬂﬂ/‘]ﬁUu Range VDIITUAINEUENANUANNUSLUILEU WA

9

correlation coefficient (r) 8g/51319 0.997-1.0 HA1 % MITNATIENTOUNSU T899 < 49-152 %, 60-

108 %, 81- 148%, 89-132% uag 88-116% m1ua1du A1 LOD Tuainemnuiaudu 0.01-0.025 me/kg

[

noiifiwdIwan 11 vlie dA1 LOQ winu 0.01 mg/kg laun  etroprophos phorate chlorpyrifos-



methyl parathion-methyl malathion chlorpyrifos parathion-ethyl methidathion prothiophos
ethion Wag triazophos

iy 11 wie A1 LOQ windu 0.025 mg/kg  lawn  dichlovos omethoate
dicrotophos dimethoate diazinon pirimiphos-methyl fenitrothion pirimiphos-ethyl EPN
phosalone ILag coumaphos

Tagiifiwdwiu 5 vl A1 LOQ Wiy 0.05 me/ke el acephate, monocrotophos
phosphamidon phenthoate wag profenophos dmgiifiwdnuiu 2 wila dA1 LOQ Wiy 0.5 uag 1.0

9

me/kg 1alA methamidophos wag azinphos-methyl

10. nmsumasuIwlUlduselewd

o Y £ & o [ U a § v awv aa U = N o [
1. U’]VLIHGULUWUQHGWUEWUﬂﬁﬁiU UNINYIAIENT UNIY UEAR  LLASUNANEYT NILNINTTNRAUILAY

[
=

U5UTsNsnsviinssiiieilaisnisnflaginunzautasiuseansnnme
2. dhlaenealiniesujUAn13n193n51ziasiunnA1a0dtindde Lag iRuINISN ¥ASLUR
11-8 Werdumsiaunasiiudnenmeessissujuanisnsaiasizieasivaniswensy
IYINTNEAT
3. dsnslUldlunmsesiadiesziasiivandsivindunulszinasfoin1snan1sasz v
<
390157
4. daviwduenansmeunsiiieliiesujifinsanaiesziasivandwisluniasy  uazienau

iluneaaunazldlunisufofanuasala

11. 1BNET591994

AUNNT aaaju LAY NIl ﬁqﬁaa 2547. Method Validation, Lona@1sn1sineausy
NFUAINYIAIEASAITUNNE

uf funnud uazeums guiie 2544, msfigadanuldlsvesitnaaeumandl (Chemical Method
Validation), Lonansn1siineusy AsUAINeIFansuInig

fmassas  fatdes 2509, wuufuRnnsmeaeuanugndewedisiessimaailnevesUfiRininden,
NTUINGIMANTNITUNNG  NTLNTNETITUGY. 124 11

Anastassiades,M. 2007. prEN 15662: Determination of pesticide residues using GC-MS and/or LC-
MS (/MS) following acetonitrile extraction/partitioning and cleanup by dispersive SPE -
QUEChERS method Brussels, Belgium, European Commitee for Standardization.

Community Reference Laboratory for Single Residue Methods. 2010. Variation of QUEChERS-
Method for Avocado (fatty matrix in presence of water). CVUA Stuttgart, Schaflandstr.

Fellbanch, Germany



Codex. 1995. Codex Alimentarius volume3. Residues of Veterinary Drugs in Food.

European Commission (EC). 2000. Guidance Document on Residue Analysis Method.
SANCO/825/00 rev. 620/06/00. 16p.

Food Standard Agency. 2004. Food Standard Agency Information Bulletin on Methods of
Analysis and Sampling for Foodstuffs. Institute of Food Research,UK. http://www.food.gov.uk.

Horwitz, W. 2000. The Potential Use of Quality Control Data to validate Pesticide Residue
Method Performance. In: Principle and Practice of Method Validation. A. Fajgeij and A.
Ambrus (eds.), the Royal Society of Chemistry 2000, UK. 305 p.

Lehotay, S.J. 2007. Determination of Pesticide Residues in Foods by Acetonitrile Extraction and

Partition with Magnesium Sulfate: Collaborative Study. J. AOAC Int. 90, 485-520



F197991 AgLlnanismsaatinsziansiemnAnangueasnituneams 29 aiia TuyFau Nezduacududu 0.01 0.025 0.05 0.1 0.5 waz 1.0 mg/kg

FLAUAIMNNTUAY 7 T

Linear Correlation LOD LOQ Accuracy (%Recovery) Precision (%RSD) Precision (HORRAT)

No. Pesticide Range coefficient (r) | (mg/kg) | (mg/kg) Concentration (mg/kg) Concentration (mg/kg) Concentration (mg/kg)
(ng) 0.01 | 0.025 | 005 | 0.1 | 05 | 1.0 | 0.01 | 0.025 | 0.05 | 01 | 05| 1.0 | 0.01 | 0.025 | 0.05| 0.1 | 05 | 1.0
1 | methamidophos | 9.025-0.5 0.999 0.025 05 98 | 70 | 81 | 81 | 90 | 88 - - - - l45] 16 | - - - - 10401
2 | diclovos 0.01-0.5 0.999 0.01 0.025 | 87 | 78 95 | 96 | 104 | 106 | 229 | 90 | 42 | 46 |43 | 54 | 11 | 05 | 03 [03[04]05
3 | acephate 0.025-05 0.999 0.025 0.05 - 69 | 98 | 71 | 110 | 94 - 146 | 88 | 25 |63 | 40 | - 07 | 05 |02]05]04
4 | omethoate 0.025-0.5 0.997 0.025 0.025 - 78 97 | 74 | 112 | 109 - 118 | 104 | 50 |52 | 40 - 06 | 06 |03]05]04
5 | etroprophos 0.01-05 0.999 0.01 0.01 77 | 81 93 | 113 /1051105 | 92 | 69 | 41 | 37 |38/ 10| 04 | 04 | 02 |03]|03]041
6 | dicrotophos 0.01-0.5 0.999 0.01 0.025 | 152 | 81 89 | 90 [111 110 | 120 | 95 | 55 | 42 | 51| 24 | 06 | 05 | 03 |03]04]02
7 | monocrotophos 0.025-0.5 1 0.025 0.05 - 66 111 | 74 | 118 | 114 - - 68 | 65 [ 83| 34 - - 04 104107103
8 | phorate 0.01-05 0.999 0.01 0.01 11| 77 | 94 | 108|105 | 104 | 115 | 88 | 68 | 60 | 36| 14 | 06 | 05 | 04 |04 ]03]041
9 | dimethoate 0.01-0.5 0.999 0.01 0.025 | 112 | 87 | 106 | 97 | 112 | 109 | 235 | 126 | 88 | 64 |58 | 25 | 11 | 07 | 05 | 04| 05|02
10 | diazinon 0.01-05 0.999 0.01 0025 | 93 | 80 | 95 | 113 | 106 | 104 | 225 | 137 | 82 | 54 {391 09 [ 11 | 07 | 05 | 04] 03|01
11| phosphamidon 0.01-05 0.999 0.01 0.05 - | &1 | 114 | 100 | 117 | 116 | 123 | 103 | 61 | 88 | 66| 49 | 06 | 05 | 04 | 06| 06|05
12| chlorpyrifos-methyl | 0.01-05 0.998 0.01 0.01 98 | o7 | 95 | 103|107 | 109 | 80 | 137 | 58 | 68 | 47| 38 | 04 | 07 | 03 | 05|04 04
13 | parathion-methyl | 0.01-05 0.999 0.01 0.01 81 | 76 | 102 | 105|111 | 111 | 168 | 64 | 76 | 43 | 58| 93 | 08 | 03 | 05 |03|05]09
14 | pirimifos-methy! 0.01-0.5 0.995 0.01 0025 | 137 | 96 | 91 | 114|105 | 104 | 1330 | 88 | 82 | 50 | 43| 15 | 66 | 05 | 05 | 03| 0401
15 | fenitothion 0.01-0.5 0.999 0.01 0.025 | 135 | 95 | 98 | 106 | 109 | 108 | 780 | 99 | 78 | 56 [ 60| 60 | 39 | 05 | 05 | 04| 05|06
16 | malathion 0.01-0.5 0.998 0.01 0.01 87 | o7 | 99 | 117 | 110 [ 107 | 160 | 98 | 88 | 77 | 54| 13 | 07 | 05 | 05 |05 05]01
17| chlorpyrifos 0.01-0.5 0.999 0.01 0.01 78 93 92 | 110 | 103 | 106 | 7.4 66 | 100 | 62 [ 46| 29 | 03 0.4 06 | 04104103
18 | parathion-ethyl 0.01-0.5 0.999 0.01 0.01 89 | 108 | 97 | 116 | 106 | 105 | 182 | 125 | 92 | 72 |49 | 45 | 08 | 07 | 06 | 05|04 |04
19 | pirimiphos-ethyl 0.01-0.5 0.999 0.01 0025 | 120 | 92 | 105 | 115 | 104 | 106 | 12.9 | 127 | 100 | 32 |41 {186 | 06 | 07 | 06 |02 ]| 0418
20 | phenthoate 0.01-0.5 0.998 0.01 0.05 91 87 104 | 112 | 110 | 107 | 229 | 207 | 97 | 92 |51 ]| 10 | 1.1 1.1 06 |06 ]04]041
21 | methidathion 0.01-05 0.998 0.01 0.01 94 | 100 | 108 | 94 | 114 | 111 | 158 | 113 | 55 | 102 |66 | 1.7 | 07 | 06 | 03 |07 |06 |02
22 | prothiophos 0.01-0.5 0.999 0.01 0.01 102 | 85 87 | o7 | 97 | 98 | 163 | 217 | 59 [ 122181 09 | 08 | 12 | 04 [08[07 |01
23 | profenophos 0.01-0.5 0.999 0.01 0.05 107 92 100 | 99 [ 110 | 109 | 338 | 205 | 52 | 120160 | 1.7 | 16 1.1 03 | 08[051]02
24 | ethion 0.01-0.5 0.999 0.01 0.01 102 88 101 | 100 | 107 | 104 | 45 5.2 96 | 54 | 55| 08 | 02 0.3 06 | 04051041
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Linear Correlation LOD LOQ Accuracy (%Recovery) Precision (%RSD) Precision (HORRAT)

No. Pesticide Range coefficient (r) | (mg/kg) | (mg/kg) Concentration (mg/kg) Concentration (mg/kg) Concentration (mg/kg)
(ng) 0.01 | 0.025 | 0.05 | 0.1 | 0.5 | 1.0 | 0.01 | 0.025 | 005 | 01 | 05 | 1.0 | 0.01 | 0.025 | 0.05 | 0.1 | 0.5 | 1.0
25 | triazophos 0.01-05 0.999 0.01 0.01 107 | 83 | 108 | 99 [ 112 | 110 | 106 | 140 | 72 [111] 6.0 [30] 05 | 07 | 04 |07 |05]03
26 | EPN 0.01-05 0.998 0.01 0.025 | 49 | 71 95 | 98 | 106 | 108 | 396 | 87 | 62 | 116 | 74 [ 34| 17 | 04 | 04 |08 06|03
27 | phosalone 0.01-05 0.999 0.01 0025 | 113 | 84 | 111 | 90 | 114 | 113 [ 373 | 111 | 47 | 151 | 69 |31 | 18 | 06 | 03 |1.0] 06|03
28 | azinphos-methyl | g g25.05 0.999 0.025 0.5 - 80 | 148 | 67 | 133 | 114 | - 74 | 90 [ 230|106 |66 - 04 | 06 |15/09]06
29 | coumaphos 0.01-0.5 0.998 0.01 0.025 - 89 99 |89 [ 115 1109 | 416 | 140 [ 106 [ 76 | 79 [27 ]| 21 | 07 | 06 |05]/07103




