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WUEINLLATEINEING

fanssugaef 1.2 : WaunadanIs AT IERaIsiunnA19tuEn waldl wasnan uaneyms

3. Fan1Ineaes : MsRAULYALANIIRTIIATIZETRYANA1S Tuln TagTy
Gas Chromatograph/Mass Spectrometry
¥an15NAas : Technique of pesticide analysis in vegetable using Gas Chromatograph/Mass

Spectrometry.
4. angdadunns
dmdlasens  wanien ledudysal dinddeimundadunmandaninisinuns
WIMTINITNARBY UWAITUAUY Ny e drinddgiaudadenisnannianisinens
K391 wiwannion lvedudysal  duinddeiaundadonisndavnanisinuns
weyynIAnA o SuinIferimundadunisndanisnisinens

5. UNANED

n514lUsuNsuTI891891uRa (Deconvolution Report Software) Wulusunsunisdndulainansi
pnvienviduasviafeivlugiudeyaidnaiisiudviels Tnvendoesdusznou 3 dauitddny loun
Agilent GC/MS Chemstation, NIST (The National Institute of Standards and Technology) k&g AMDIS
(The Automated Mass Spectral Deconvolution and Identification System) ﬂﬁaiﬁﬂﬁ‘iﬁﬁmuﬂ’m@:ﬁu
retention time locking (RTL) lazidussmunniudunse flow rate 984 carrier gas tiialiasuila
Weaiullsyeg RT (Retention time) winffuwes library 1aeld chlorpyrifos-methyl \Wudafwua RT Tunis
nagouingifind o 145 via deiedes GC/MS annsadmua LOD (imit of detection) I 107 wila An
Wudeway 73.8 Ineilnnuiduduresaisludied19e1ing 0.004-0.1 mg/kg Wisuiisu method lunis
PTIUATIEAGE GC/MS 58139 Japanpest f3tAsvianslel 430 wilanu Position list vesUseinadu
iU RTLpest IwAs1eWa15la 926 wiin %aﬁmsﬁwmﬁwﬁwmaauamagjéfw WU11 Japanpest 98@11190
Tisrgiansiduineinnitwazfinudududinia RTLpest waziUSeuifiouseninaisadn 2 33 Ae
QUECHhERS iU Steinwandter ldfia210LANg195E®INIDNTANR LD Steinwandter An1sanUTuing
ansavaneiegsliiduduiudouiunnsainszsidenios GO/MS mududuitiaszdldariiniiie
QUEChERS waznsvadeuasUuilouansetnsiiiinasonisinseidenses GO/MS Inenadeuasiiann
ndegeiin 5 vl laun newaud azdn uzidoma ndnuazlunusdn wudineuaiud anunsalddu



fregndlunsnaaeswnunstild wasusdamaununinld dmsuuuedn Jeld38nsafnuuu QUECHERS a¢
anunsamviinvesanslaninnan ABnsanaLuU Steinwandter @unan1sagaUans 145 via Jansinuau
Sovaz 26.2 fldanunsodnzifiaududuvesasd 0.01, 0.02,0.05 way 0.1 pe/ml 1¢ mﬁﬁm%%ﬂ
Y UATOI GO/MS 18U N15753934AS129 678 SIM mode n1514 PTV (Programmable Temperature
Vaporize) lunns inject ansUSnasmnnidiaies GO/MS azvlansnsdnszdanslaiutuluanududy
i
6. A1

Jagtumsliiedesdiolumnsaiinsgasivandndlddnmsiauniumn anduld GC il detector wiin
199 10U flame photometric detector (FPD), electron capture detector (ECD) tusiu  detector urag
iingmnumnzanfuasfigenisnTalnziuansesiuly wonaini detector fianunsansaadinseld
Tuszusnavesans (mass) léln mass selective detector (MSD) dafiunmsililaanavesansunnduduy
ion luan Mg IN1A ion LYAUENAINIUIAVDINIAABUTEY (mass/charge) DRS (Deconvolution
Reporting Software) 1lu software 928lds1o9unalddredu 19 lbrary search Tun1sivdinvosdns
Usgnounlgdliudineg 3 d2u lawn Agilent GC/MS Chemstation, NIST (The National Institute of
Standards and Technology) 18w database 41%5U confirm mafiwuly AMDIS wag AMDIS (The
Automated Mass Spectral Deconvolution and Identification System) Usgnauaag full spectrum wag
yvfinvesansiiil RT iy amnsaains database 1oaainteyadislogld nsvinaruves DRS Buainiden
target compounds gy ﬁﬁaz_gaﬁuafl spectrum 270 total ion chromatogram (TIC) WU search W3guiisy
target compound 1w library fia¥1an1us1en1sTu Japan Positive List (Usznouniutayaansiynneng
913U 430 ¥iln) w38 RTLpest library (eyaansiivananesinegly 926 vliamie) library W 2 gnuAulily
AMDIS TUsunsumsmaniusesm Agilent Technology Mdmuntuandrelumsinaniliaznniy wazazdos
1% retention time locking (RTL) Fadumadafifmundunnguiy Taed chlorpynfos-methyl tHuansiild
Huduisuiisusugiudoyaiite lock 1913 inject 16 RT wirdu RT vesanslu lbrary nnasa wag match
fudte confirm naliuiladnduansyiaientu

1 I3 a ¢ a a Yy v A A a A g |
981913 NAITIATIBIMIUII AT ERNA19AIY LATesilorling1es MUu chromatography Ltu

1 IS

GC, LC, G&/MS %58 LC/MS Tun1s3tAs1einieg19983l matrix U89838819 (co-extractive) dbNInwng 4



AN5IASIZYNG (interfere) YinlNaN153LAS19 over estimate LS8NN1SLAA Matrix effect 81AALAN

active site 994 inlet hag column YDILATDI NIDLATIASINIWATIVDIANTNADINITIATIZTLALITAVD

a

fhognsiiaszy Ssmauddgiiintuildnansds 339Afian Ae additional standard calibrate 33il4
fanauaziinugeenluniseisuasazatsunsgiusinluraedinnsld standard in matrix Fadunis
wsnasazaens Ul sazanesosailiflansiidesn1siiesest (matrix matched) uenaininisiiy
15 analytical protectant (AP) 1Jusataeilalls matrix Snadonis3aszi LidEddendenldansd
wanzaulundazififeansinset  enadeddansvarefnautuielfivuzaniian sl AP Hasdes
nagauluusay matrix
Tumsenunidenldnmawssuasarasmasgnilumsazarsvesiivdinlasaasivandis lng
Fonldfuindunidatnseiialilurewfoing thansazarefldldunusviazats (solvent) Tuns
WW38a standard wagdlaszyinasy GC/MS Tagldlusunsu DRS ilemuUSmnasgeiiasesanusaiiasy

¢ (LOD)

7. AsANAUNS
7.1 aunsal
7.1.1 Lﬂ%@ﬂLLﬁ’J%ﬁ@ﬁNﬂlﬁLLﬁ flat bottom flask, volumetric flask, reagent bottle, pipette,
GC vial, glass syringe, test tube, cylinder, beaker

[ =

7.1.2 Lﬂ%@ﬂﬁa%ﬁﬂﬁhx‘lﬂ W LASesTulaTNENDINS (food processor), Lﬂ%@ﬂﬁﬁﬂ’)@lqmﬁ‘tﬂﬂﬂ
sty (homoginizer), ASD9TEIEANTAYANY (rotary evaporator), 1P 0INIUFIDE (vortex mixer), \A3D9
Jumiesansazane (centrifuge), LA3aUENa1S (shaker) uaziadaadslniin (electronic balance) 2 uaz 5
AL

7.1.3 ’qﬂﬂﬁaﬁuﬂ 19 Teflon tube W3aur1Un Auto pipette SPE manifold,

7.1.4 Lﬂ%@dm’sf\]‘imswﬁi’mqﬁﬂw gas chromatograph (GC) fifiwnsaa(detector) ¥fin mass
selective detector (MSD)

7.1.5 ansialeinge) laun

ethyl acetate ;EtAc (PR grade), acetonitrile ;ACN (AR wag PR grade), acetone (AR grade),
dichloromethane;CH,CLl, (AR wag PR grade), sodium chloride ;NaCl, sodium sulphate; Na,SO4 (ACS
grade), disodium citrate, sodium citrate (ACS grade), primary secondary amine ;PSA, magnesium

sulfate anhydrous;MgSQq, graphitize carbon black; GCB, envicarb



7.2 38013
7.2.1 MIwWILNaNTaTaININIFIU (standard)

1} standard flanunsadinszsilddng GO/MS wawdllu list ves Japan list w3 RTL list a1
wiufinududu 1000 pe/ml fesvhazans toluene wavidoasliiamududuauia 1.0 pg/ml i
msavangusiazvianaaoudaiedes GC/MS Litedangu ansilil retention time (RT) IndlAesfusnnuie
winffuazgnuenliiegauazngu Taedmua 3 ngu d1w3u standard Tniuazdn 1 nguilu standard 41y
NMILATIZNYEI9DN

91n9112u standard 129 ¥iln veviadleyitus Gil chromatogram ueniagi ion d1fzy
wananeiu saudu 145 vl wew standard ﬁﬁmumlumjmhm iludavadeunisuans peak wlold RT
vosansynialungulaingsiu th standard s 4 nauedeslinnududures mix 7 0.01, 0.02,0.05 waz
0.1 pg/ml

7.2.2 mM3dnsh library Wisldlunisussanana

Audnves standard 3oy 4 ngu azla library 4 library 888 dle run 78 method
Japanpest wazdn 4 library 08 48 run 678 method RTLpest n15a314 library taw1zdmiunis
AATIH mix 09 standard usazadinluusiazisizuan

9 library W 2 9iisredeanslu library listing 6'?;&Lﬁuﬁué’uLLiﬂsuaﬂms%’mﬁwgmsﬁagaimj
Imawﬂiaﬁﬂa%ami, molecular weight, manufacturer weight ikag CAS Number LLaﬂfo%u“a@fm ion 7iuan
FUDIEIT WU target ion (m/z), experimental RT, k@ ion Fldusurinans (qualifier ion) 217 screen
database Vo Japanpest lag RTLpest Imaﬁumaqaﬁ]u .scd

lolddeyanalyivihmsuuas file 1y %L, *msp, *msl, *.csl waz *cal Feazidu file 7l RT uay
Yoyavesansusiazalinasu uazld MSD-DRS configuration program match 5eine msl AU .cal fiogflu
F1utoya AMDIS
7.2.3 A13@519 method
14 chlorpynfos-methyl \Jus lock Wielilé RT 13.443 min 284 Japanpest method uag
WU 16.596 min 99 RTLpest method
7.2.4 n199584 matrix 310199 laele35ann 2 WuUAe Steinwandter Wag QUECHhERS U
fregns Ruin (matrix) ildnaaeudl 5 via ldud Azt fnniaen win ueldoma waruwusdn dendiognad
Jandeszuudunidneuaglfnunaasudienadisnisadadieisn 2 uarlinseidae GCO/MS Wiomn

ANSRYANANIINNTTITVDINEATNT LR8P lNnUa1sREnNA1lUFDE 19N U198 19N nLALIANAR28



s 2 wusaznfvdiuarsazaredifiiovesiintiuazareng (matrix) iiusunmiieldlunisiesgy
naly
7.25 nwieuiesn agldansaranedsl matrix fildnnnisain 2 35 uwnudviaransuasde
A TaEaENINTgIU 4 nau idAuuty 0.01, 0.02, 0.05, 0.1 pg/ml
7.2.6 Whegaitenandudusing fiafnm 2 38 3adae GOMS Tagld Japanpest method ua
RTLpest method \W3suiisuiusensld lbrary dosfiadrstuamzans 145 ¥iin wazthnaiiléun
Wisuifleusnuys evnuIuasiign (LOD) MiASas GC-MS azanansniinsizsilalaeFouidioy
- afivasity 5 ¥ila 16U Az nevdUd wEn unidewmne wazuuedn
- Amsadaiiy 2 35 laun Steinwandter tag QUEChERS (LLmugﬁﬁ 1)
- Condition3 GC wag MS #ildveq Japanpest method &g RTLpest method (LLNuQﬁﬁZ)

- ALY 4 sEAuaIudy lon 0.01, 0.02, 0.05 wa 0.1 pg/ml

7.3 LIakazan ui
1381 : A@aNAY 2554 - Mugngu 2555

anun ;YR URNTANINYANATY nauideingliivnsinuns @Un. nsadwnsinuns

8. Wan1sNAaBILazITal

ansnldvinnisnagaud ulu 145 ¥ia 1o run A28 Japanpest method agAsldAINULTLTY
> 0.1 pg/ml d51u2u 39 vilaandusesay 26.9 (151991 1) usdlowSeufisuiunis run #ae RTLpest
method NUI@15ALIEIN5aNTIANATIEHLANAMUTUTY >0.1ul/me Huauds 50 ¥l (Sevay 34.5)
w9135 RTLpest av@11150AT189Le 926 ¥l F9unninds Japanpest AaTeilaiies 430 vlindnu
aa & addy v v v = a Y & a1 o ! a1
7 RTLpest {Juisndedldanududuvesasuinnindagainsodinseils \unurdunginansnlidaunse
%meﬁlﬁlﬁumﬂumﬁu pyrethroid 1y cyfluthrin cypermethrin deltamethrin permethrin fenvalerate
521848 endosulfan 19 3 isomer Turugiasmaiiinszilafnig GC/ECD Ta1u1T0lAs1EAlanIngg pg
(10™2) wel GC/MS Scan mode Atas1zilaluszdu ng (10°) uonanilansnd molecular weight ALazaT

1 A a . [ A a ¢ v 1 .

nauvni polarity qqmuafli‘v]uﬂamﬂumimammmwma LYW acephate captan dimethoate
omethoate diuron iprodione monocrotophos propagite trichlorfon
AT 2 @1TREYANANNTIUIU 40 vHANaARA1875 QUEChERS %38 Steinwandter @11198

AR LA NAITUTULA AU LT AINUBANAIITLUINITAN waLllLUSe U UNITIATIZYAY

Japanpest method 9g@11150AT1¥ALANUSUIAUAINIINITIATIZYAIY RTLpest method AAULTNTY



Weniu fidtes 14 wiafiannsald method sean1siaszsildone 2 wuuuasl9asnisadalane 2 S8y
Tawn azinphos-ethyl, benalaxyl, carbaryl, dichlorvos, fenbuconazole, flutolanil, kresoxim-methyl,
methidathion, pp-DDE, phorate, promecarb, pyriftalid, tebuconazole wag tebufenpyrad

oS uiiousenine method U89N153AS1E¥NUTT Japanpest method (M195747t 3) flans
a3 giadndudesaz 29.7 inaseningdinisatauandietu Tuvaisdl RTLpest method fansifies 19 wia
($orar13.1) finaseningdinisatauand et Fan153msige e Japanpest method aglikaiidngt 910
$1882188ATD9 method (LLNuQﬁ‘ﬁ 2) Wui1 Japanpest method 1% constant flow Faaloy sensitivity ﬁqq
wazfisanda RTLpest method 74 constant pressure

dovwaildimunnnisiinsgifianududusanveanios (LOD) wiedu pe/ml agdesgm
A2y factor Suaﬂmsaf‘ﬁ’ﬂlumﬁwmuwa%’juqmﬁw ey me/ke) AU factor AlFFuNITARALUY
QUEChERS Fsliifinsanusunsasazatofiognadafidindu 1 uinisafauuy Steinwandter $n15an
USnsansazanaiiegnedadiiinty 0.36 Milkaudadumanainds Steinwandter Ssnindusn
USinaansfiuandeingadiuan 107 vidle a1nansiinaaey 145 vila Andudesas 73.8 fanunsonsie
nzidendes GO/MS TUsumansTuiiegesening 0.004-0.1 me/kg (151391 4)

nsnedeudcluideunnfegiiinasenislinssiveneiodiedinszst GO/MS Tnevaaeuansd
afnansegneiia 5 ¥fin loun newa1ud avii uzdowa ninuazluwuedn nuitanunsaldnenaiuddu
Fro813lun1snaaesngg wnuaznlyd wasusidomaununinld dwuunedn Welddsnsadauuu

QUECHhERS 2¢@11150v19RaU09a15 eUINAI1 A5n15anauy Steinwandter

9. ajuUnanimaaasuazdaiauauuz

mﬂmimamwudﬁa%aﬁlé’mnﬁm 5 9iln loua newaiud avdn uzi@ewna winuazluuusdn
anunsaldnzndrudifusegddunisaesaunuasinlg wazuzidowmaununsnly dusuuuedn Wolddams
AfALUU QUEChERS 9zau5awedinuesashiunnniiisn1sadauuy Steinwandter  iosiufivvane
sRaioSouiisuiansatanuitldiinuun nd1eseninensatngae3s QUEChERS U Steinwandter u
3B eudsnsinszinisld Japanpest azanunsalinseinaldunafinnitld RTLpest LOD voupos
anunsasmualgsiuay 107 sliaainaisinedey 145 ¥da uenaniiansiliaunsadnseilduseanm
26.2% d1ln1505993A512968 SIM mode was GC/MS wieldiwaila PTV Mdunis inject ansudunasn
Wuedes GCO/MS agvilianunsadimssiansidiudulunnudadusi

YoLEUDWUL



1. aswespuiinaunasdoslisiuunnuiinmhlideddeusvanadiaty

2. fiosinmsvenemsnaedlasld PVT Sudugunsaliafuiiiiulszavsnmyesnisnia
AN

3. masuadeuil LOD Aunisainads mudsdildiiion LOQ Adusfivsuendszansninaes
vioaUfiRn1sfiannsodinszils

4. WinUsEAvEAMNIATIanzisnsthansivaaeulUldly SIM mode WismuSunaensie
andsluySinasin

5. venemaaouluivwiaduievfviwmuiulilungudeatu

6. ANYINMUINTIY GC-MS/MS ﬁ]ﬂﬁ%’ayjaﬁuﬂu&ﬁmﬂﬁu LazaNSaUT NN TRYANARNT
A5t GC/MS

10. nsuwanuIgluIduselevd
| THudeyauImnamaaiiades GC/MS azanunsniinseild (LOD) MuansUszdnsainnisnga
Ainsziansldifinedniu arsmaaeud LOD funisadnaie mudsildiient LOQ Mdudiiivsuen
UsgAvBamuewieal fuRnsianansaiiaseild
2. @13081899n35n15 bW JURN1INTIATIERURINTUIVINITNEAT

3. Tglun1svenssuse o JURNTAULINTEIY 1S0/EC 17025 VRIRIUHURNITANSEANA

4. agnenainismsidltlunnsaineeit arsivanasluivous

11. 1@NA1581994
European Committee for Standardization (CEN), 2008. Food of plant origin — Determination of
pesticide  Residues  using GC-MS  and/or LC-MS/MS  following  acetonitrile
extraction/partitioning and clean-up by dispersive SPE-QUEChERS-method.  European
Standard (EN15662).



Steinwandter H., 1985. Universal 5 min on line Method for Extracting and Isolating Pesticide
Residues and Industrial Chemicals. Fresenius. Z. Anal. Chem. No.1155.

Philip L. Wylie, 2006. Screening for 926 Pesticides and Endocrine Disruptors by GC/MS with
Deconvolution Reporting Software and a New Pesticide Library.

www.agilent.com/chem.

Philip L. Wylie, 2007  Screening for Pesticides in Food Using the Japanese Positive List
Pesticide Method: Benefits of Using GC/MS with Deconvolution Reporting Software

and a Retention Time Locked Mass Spectral. www.agilent.com/chem.
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Japanpest method RTLpest method

Acephate Acetamiprid a-endo b-endo Captafol Captan Acephate Acetamiprid acrinathrin a-endo b-endo Captafol
carbofuran Chlorothalonil Cyfluthrin | Cyfluthrin Il Cyfluthrin Ill Captan Chlorothalonil Cyfluthrin | Cyfluthrin I Cyfluthrin Il
Cyfluthrin IV Cymoxanil Cypermethrin | Cypermethrin Il Cyfluthrin IV Cymoxanil Cypermethrin | Cypermethrin Il
Cypermethrin Il Cypermethrin IV deltamethrin dicloran Cypermethrin lll Cypermethrin IV deltamethrin
Difenoconazol I dimethoate Diuron Edifenphos endo-sulfate Difenoconazol Il dimethoate Dimethomorph-E

Fenvalerate Il Folpet formothion Iprodione Naled omethoate Dimethomorph-Z Diuron endo-sulfate fenitrothion
Oxycarboxin Permethrin Il Phosmet Phosphamidon | Fenvalerate | Fenvalerate Il Folpet formothion indoxacarb
Phosphamidon Il propagate Propiconazole Il Thiabendazole lprodione malathion monocrotophos Naled omethoate
Trichlorfon Oxycarboxin p,p-DDT  parathion-ethyl parathion-methyl

Permethrin | Phosmet Phosphamidon | Phosphamidon I
Prochloraz profenofos propagate Thiabendazole

Triadimenol Il Trichlorfon Tricyclazole

39 ¥t (26.9%) 50 ¥Hn (34.5%)

q' a :s' Y v Y] A a v
M7 2 llavesarsiautuTuneg Tuansazanediegnanansainsgilalagld Japanpest method

ey RTLpest method

method amount substances
(ug/ml)
Japanpest 0.01 Carbaryl, carboxin, Diflufenican, dithiopyr, Flusilazole, Flutolanil, p,p'-DDE, Pirimicarb, promecarb, Tebufenpyrad,
Tetraconazole
0.02 Aldrin, azinphos-eth, Benalaxyl, Butachlor, diazinon, kresoxim-methyl, paclobutazole, Permethrin I, Phenthoate,

Procymidone, Pyridaben, pyriftalid, Tetradifon, Trifluralin, Vinclozolin

0.05 Acetochlor, Bromacil, Chlorfenapyr, Dichlorvos, Dieldrin, Difenoconazol |, Endrin, oxadixyl, Phorate, Tebuconazole,
Tolfenpyrad
0.1 Atrazine, fenbuconazole, methidathion
RTLpest 0.01 Carbaryl, Flutolanil, p,p'-DDE, promecarb, Tebufenpyrad, Tolfenpyrad
0.02 azinphos-eth, Benalaxyl, Diflufenican, dithiopyr, Flusilazole, kresoxim-methyl, Pyridaben, Tetraconazole
0.05 Aldrin, Atrazine, Butachlor, carboxin, Dichlorvos, diazinon, paclobutazole, Permethrin |, Phorate, Pirimicarb, Procymidone,

pyriftalid, Tebuconazole, Tetradifon, Trifluralin, Vinclozolin

0.1 Acetochlor, Bromacil, Chlorfenapyr, Dieldrin, Difenoconazol |, Endrin, fenbuconazole, methidathion, oxadixyl, Phenthoate




A13719% 3 USUNaUasiemnANei ilansazanefag 19N taioann QUECHhERS way Steinwandter 9

aunsninTeila 1agld Japanpest method way RTLpest method

No. Japanpest QuEChERS Steinwandter No. Japanpest QuEChERS Steinwandter
(ug/mU) (ug/ml) (pg/ml) (ug/mU)
1 alachlor 0.05 0.02 24 Methoxychlor 0.02 0.05
2 ametryn 0.05 0.02 25 op-DDT 0.05 0.02
3 Amitraz 0.1 0.02 26 Oxadiazon 0.01 0.02
4 bifenthrin 0.01 0.02 27 Oxyfluorfen 0.05 0.02
5 Buprofezin 0.02 0.05 28 p,p'-DDD 0.02 0.05
6 Cadusafos 0.05 0.1 29 parathion-ethyl 0.05 0.1
7 Chlorfenvinphos-tran 0.05 0.02 30 phosalone 0.01 0.05
8 esprocarb 0.02 0.01 31 pirimiphos-methyl 0.02 0.01
9 ethion 0.02 0.01 32 Prochloraz 0.1 0.05
10 ethofenprox 0.01 0.02 33 profenofos 0.05 0.1
11 Ethoprophos 0.1 0.05 34 Propoxur 0.1 0.05
12 fenobucarb 0.02 0.05 35 prothiofos 0.01 0.02
13 fenpropathrin 0.05 0.1 36 quintozene 0.05 0.02
14 fenthion 0.02 0.01 37 silafluofen 0.01 0.02
15 Heptachlor 0.05 0.1 38 triadimefon 0.05 0.02
16 Imazalil 0.05 0.1 39 Triadimenol | 0.1 0.05
17 Iprobenfos 0.02 0.01 40 Triadimenol |l 0.1 0.05
18 Isoprocarb 0.05 0.01 41 triazophos 0.02 0.05
19 isoprothiolane 0.01 0.02 42 Tricyclazole 0.1 0.05
20 malathion 0.05 0.1 43 Trifloxystrobin 0.02 0.05
21 metalaxyl 0.05 0.1
22 methamidophos 0.1 0.05
23 methiocarb 0.05 0.1
No. RTLpest QuEChERS Steinwandter No. RTLpest QuEChERS Steinwandter
(ug/ml) (ug/ml) (ug/ml) (ug/ml)
1 alachlor 0.05 0.1 11 methamidophos 0.05 0.1
2 Amitraz 0.05 0.02 12 mevinphos 0.1 0.05
3 Chlorfenvinphos-cis 0.05 0.1 13 Propanil 0.1 0.05
q chlorpyrifos 0.05 0.01 14 Propiconazole | 0.05 0.1
5 EPN 0.05 0.1 15 Propoxur 0.05 0.1
6 esprocarb 0.05 0.02 16 prothiofos 0.02 0.05
7 Etridiazole 0.1 0.05 17 Pyrazophos 0.02 0.05
8 fenobucarb 0.02 0.05 18 Quinalphos 0.1 0.05
9 fenpropathrin 0.05 0.1 19 Quizalofop-ethyl 0.02 0.05
10 Fipronil 0.02 0.05

10



A15197 4 LOD U09a15Nbava9ansfiumnnA1eeuiy 107 san

No. cpd. RT-Jap RT-RTL Target-ion Qualifiers- Japanpest LOD
(min) (min) (m/z) (RTLpest) (mg/kg)
(m/z)

1 Acetochlor 13.410 16.542 146 162, 59, 223 0.018
2 acrinathrin 19.835 30.724 208 181, 289, 93 0.1

3 alachlor 13.587 17.03 160 188, 45, 146 0.007
4 aldrin 14.489 18.528 263 66, 265, 261 0.007
5 ametryn 13.731 17.112 227 212, 170, 185 0.007
6 Amitraz 19.671 30.143 121 162, 132, 147 0.007
7 Atrazine 12.073 13.159 200 215, 58(202), 173 0.036
8 azinphos-eth 20.05 30.645 132 160, 77, 105 0.007
9 Azoxystrobin 23.444 36.630 344 388, 345, 372 0.018
10 Benalaxyl 17.578 26.747 148 91, 206, 204 0.007
11 bifenthrin 18.708 28.839 181 165, 166, 182 0.007
12 Bromacil 14.099 18.350 205 207, 206, 42 0.018
13 Buprofezin 16.474 24.579 105 106, 104, 172 0.018
14 Butachlor 15.789 23.220 176 160, 188, 146 0.007
15 Cadusafos 11.406 11.746 159 158, 97, 88 0.036
16 carbaryl 13.689 16.806 144 115, 116, 145 0.004
17 carboxin 16.510 24.308 143 235, 87, 144 0.004
18 Chlorfenapyr 16.613 25.227 59 247, 249, 408 0.018
19 Chlorfenvinphos-cis 15.215 20.977 267 269, 323, 325 0.007
20 Chlorfenvinphos-tran 15.01 21.574 267 323, 269, 325 0.007
21 chlorpyrifos 14.371 19.234 197 199, 314, 97 0.007
22 ddvp,Dichlorvos 6.595 5.831 109 185, 79, 187 0.018
23 diazinon 12.475 14.466 179 137, 152, 199 0.007
24 dicrotophos 11.117 11.488 127 67,193, 72 0.036
25 Dieldrin 16.475 23.87 79 263, 277, 279 0.018
26 Difenoconazol | 22.853 35.086 323 265, 325, 267 0.018
27 Diflufenican 18.109 27.785 266 394, 267, 246 0.004
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28 Dimethomorph-E 24.065 37.452 301 387, 165, 303 0.018
29 Dimethomorph-Z 23.62 36.684 301 303, 387, 165 0.018
30 dithiopyr 13.824 18.1 354 306, 286, 237 0.004
31 Endrin 16.889 24.745 263 317, 245, 265 0.018
9151391 4 (s18)
No. cpd. RT-Jap RT-RTL Target-ion Qualifiers- Jap (RTL) LOD
(min) (min) (m/z) (m/z) (mg/kg)
32 EPN 18.75 28.660 157 169, 141, 185 0.018
33 esprocarb 14.244 18.252 91 222,71, 162 0.004
34 ethion 17.125 26.002 231 153, 97, 125 0.004
35 ethofenprox 21.698 33.203 163 164, 135, 107 0.007
36 Ethoprophos 10.855 10.742 158 97, 126, 139 0.018
37 Etridiazole 8.835 7.958 211 183, 213, 185 0.036
38 fenbuconazole 21.028 32.232 129 198, 125, 127 0.036
39 fenitrothion 14.062 18.072 277 125, 109, 260 0.018
40 fenobucarb 10.515 10.280 121 150, 91, 122 0.018
41 fenpropathrin 18.898 28.990 97 181, 125, 265 0.036
a2 fenthion 14.461 19.120 278 125,109, 169 0.004
43 Fenvalerate | 22.317 34.271 167 125, 181, 152 0.05
a4 Fipronil 15.064 21.810 367 369, 213, 351 0.004
45 Flusilazole 16.435 24.594 233 206, 234, 315 0.004
46 Flutolanil 16.075 23.840 173 145, 281, 323 0.004
47 Heptachlor 13.775 16.796 272 100, 274, 270 0.036
48 Imazalil 16.153 23.788 41 215, 173, 217 0.036
49 indoxacarb 23.011 7.398 150 (121) | 218,59,203 (166 122 165) | 0.1
50 Iprobenfos 13.020 15.347 91 204,123, 122 0.004
51 Isoprocarb 9.745 9.092 121 136, 91, 77 0.004
52 isoprothiolane 16.195 23.875 118 162, 189, 290 0.007
53 kresoxim-methyl 16.458 24.908 116 206, 131,132 0.007
54 L-cyha 19.503 30.370 181 197, 208, 209 0.02
55 malathion 14.228 18.800 173 127,125, 93 0.036
56 metalaxyl 13.728 17.337 206 45, 160, 249 0.036
57 methamidophos 6.43 5.655 94 95, 141, 47 0.018
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58 methidathion 15.627 22.300 145 85, 93, 125 0.036
59 methiocarb 14.076 18.049 168 153, 109, 57 0.036
60 Methoxychlor 18.86 28.862 227 228, 152, 114(113) 0.018
61 mevinphos 8.489 7.595 127 192, 109, 67 0.018
151391 4 (s18)
No. cpd. RT-Jap RT-RTL Target-ion Qualifiers- Jap (RTL) LOD
(min) (min) (m/z) (m/z) (mg/kg)
62 monocrotophos 11.281 11.737 127 192, 67, 97 0.036
63 op-DDT 17.191 25772 235 237, 165, 236 0.007
64 Oxadiazon 16.315 24.417 175 177, 258, 260 0.007
65 oxadixyl 17.091 25.898 105 45,163, 132 0.018
66 Oxyfluorfen 16.407 24.732 252 361, 300 (331),302 0.007
67 p,p'-DDD 17.139 25.686 235 237, 165, 236 0.018
68 p,p'-DDE 16.344 24.021 246 318, 316, 248 0.004
69 p,p'-DDT 17.851 26.982 235 237, 165, 236 0.018
70 paclobutazole 15.793 22.551 236 125, 238, 167 0.007
71 parathion-ethyl 14.531 19.275 291 109, 97, 139 0.036
72 parathion-methyl 13.57 16.594 263 109, 125, 79 0.018
73 Pendimethalin 15.02 20.991 252 253, 281, 162 0.018
74 Permethrin | 20.504 31.369 183 163, 165, 184 0.007
75 Phenthoate 15.33 21.712 274 125, 121, 93 0.007
76 Phorate 11.498 11.962 75 121, 260, 97 0.018
7 phosalone 19.375 29.677 182 121, 184, 367 0.018
78 Pirimicarb 12.963 15.677 166 72,238, 167 0.004
79 pirimiphos-methyl 13.999 18.307 290 276, 305, 233 0.004
80 Prochloraz 20.696 31.73 180 70, 308, 310 0.018
81 Procymidone 15.405 21.962 96 283, 285, 67 0.007
82 profenofos 16.258 23.904 208 139, 206, 339 0.036
83 promecarb 11.429 11.919 135 150, 91, 136 0.004
84 Propanil 13.341 16.116 161 163, 217, 219 0.007
85 Propiconazole | 17.695 26.941 173 69, 259, 175 0.018
86 Propoxur 10.53 10.353 110 152, 111, 57 0.018
87 prothiofos 16.179 23.752 309 267, 162, 113 0.007
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88 Pyrazophos 19.87 30.719 221 232, 237, 373 0.007
89 Pyridaben 20.685 31.525 147 117, 148, 132 0.007
90 pyriftalid 19.939 30.688 318 274, 317, 273 0.007
91 Quinalphos 15.349 21.653 146 157, 156, 118 0.018
§151391 4 (s18)
No. cpd. RT-Jap RT-RTL Target-ion Qualifiers- Jap (RTL) LOD
(min) (min) (m/z) (m/z) (mg/kg)
92 quintozene 12.181 17.992 237 249, 295, 214 0.007
93 Quizalofop-ethyl 21.550 32.908 299 372, 163, 301 0.007
94 silafluofen 21.841 33.477 179 286, 258, 151 0.007
95 Tebuconazole 18.104 27.432 125 250, 70, 83 0.018
96 Tebufenpyrad 19.001 29.094 318 171, 333, 276 0.004
97 Tetraconazole 14.577 19.864 336 338, 337, 101 0.004
98 Tetradifon 19.267 29.38 159 111, 229, 227 0.007
99 Tolfenpyrad 23.848 36.846 383 197,171, 211 0.018
100 | triadimefon 14.59 19.386 57 208, 85, 210 0.007
101 | Triadimenol | 15.412 21.668 112 168, 128, 70 0.018
102 | Triadimenol Il 15.558 no 112 168, 128, 70 0.018
103 | triazophos 17.401 26.457 161 162, 172, 77 0.018
104 | Tricyclazole 16.307 23.605 189 162, 161, 135 0.018
105 | Trifloxystrobin 17.61 27.314 116 131, 222, 59 0.018
106 | Trifluralin 11.111 11.637 306 264, 307, 290 0.007
107 | Vinclozolin 13.512 16.630 212 285, 198, 187 0.007
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a

LEUNITN 1 NNSAnAAI889
HRNUALY 1

WHUnIT 2 Condition GC wag MS

Steinwandter QuEChERS condition Japanpest method RTLpest method

Sample 25 g+ 0.05¢ Sample 10 g+ 0.05¢ GC Agilent 6890 N Agilent 6890 N

+50 ml acetone l + 10 mL ACN column DB-5MS DB-5MS
Homogenized Inlet split/splitless split/splitless

Shake 1 min
+ 40 ml CH2C12 Inlet Temp 250°C 250°C
+ 4g MgSOq
+ ~8 g NaCl + 12 Nacl oven t. program 50 °C (min),25 °C /min to | 70°C (2min), 25°C /min

Homogenized
sudlaldluviniiussg

sodium sulfate

v

AT99WU sodium sulfate

!

WUSUTHI®S 50 ml
anUSuRTIUiD UL

Ysuuiumstile 5 ml
¢y ethyl acetate
Take aliquat 2ml
Wby solvent 1Hu

acetonitrile

+ 0.5g Na,Hcitrate
quasihydrate

+ 1g Nascitrate.

dihydrate
y Y

Shake and Centrifuge

Take aliquot 5 ml
+125 mg PSA
+750 mg MgSO,
+50 mg GCB
Shake and Centrifuge

Collect solvent
Todwmsumssnaisazany

#9814

Retention time locking

injection volume

mass spectrometer (MS)
Tune file

mode

scan range

source

solvent delay

125°C (0 min)

10 °C /min to 300 °C
(10min)
chlorpyrifos-methyl
locked to 13.443 min

2ul

Agilent 5973 inert
Atune.u

scan

35-500

quod, transfer line temp
230,150,280

3.5 min

to 150 °C (0min)

3°C /min to 200 °C
(Omin),8 °C /min to 280
°C (10min)
chlorpyrifos-methyl
locked to 16.596 min
2ul

Agilent 5973 inert
Atune.u

scan

45-550

quod, transfer line temp
230,150,280

4 min
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+300 mg MgSO,

+200 mg PSA

+50mg Envicarb
Collect solvent
lddmsumssnasazans

19819

software
GC/MS instrument

control :

Deconvolution Reporting

Software :

Library searching

software :

Deconvolution Software

MS Llibraries :

Agilent GC/MS ChemStation (P/N G1701EA, Ver.E.01.00
or higher)

Agilent Deconvolution Reporting Software (P/N
G1716AA, Ver.A.03.00 or higher)
NIST MS Search (Ver.2.od or greater) (comes with

NISTO5 mass spectral library-Agilent P/N G1033A)

Automated Mass Spectral Deconvolution and
Identification Software (AMDIS_32 version 2.64 ;
comes with NISTO5 mass spectral library-Agilent P/N
G1033A)

NISTO5 mass spectral library (Agilent P/N G1033A)
Agilent Japanese Positive List Pesticide Library in
Agilent and NIST formats (P/N G1675AA)
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