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lAuA range/linearity, accuracy (Usgiliuann % recovery Wag % Relative Standard Deviation
: RSD), Matrix effect , LOQ (Limit of Quantitation) waz LOD (Limit of Detection)38n15naaau
ATUNITANTONNUATDY SANTE/12682 (2019) Way Eurachem (2014) 1nausisassu accuracy
A9 % recovery 70-120 uag % RSD < 20 (SANTE/12682, 2019) 8813y precision 7i HORRAT
< 2 (Horwitz, 2000) & #3u matrix effect 813U % ME < 10 (NATA, 2018) uag < 20
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(SANTE/12682, 2019) NM5I98Laznmu1nATaAN1S A1 kasn 980Ut a U935 A5
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asiennAg An1sAnwatsuagiegavatsviin Al

ada ca & aa o v o A i 1

WaaTeinlduitianie vesarsmaniuie lawn paraquat, slyphosate,
aminomethylphosphonic acid, glufosinate, bispyribac- sodium,imazapic, pendimethalin,
hexazinone, 2,4- D uag MCPA fagnsidnwlaun Tufu 1 wnsspaduuasSayity Iaeld

watla 1o HPLC, GC-MS/MS way LC-MS/MS wuinisinsagniivssansnmegluinasiseusy

Whaszdasivanasuaroyiug leun flonicamid, amitraz wag spiromesifen Tuiia
AIENauA fYnsznauzilouaznn @13 Chiral Pesticides 6 ¥llaluvzaiig uazansiunnAnsdus
finsfnwiwuy multiresidue lidaenin 250 ailla lnefAnwnludiegrmaneyin taun Wevan fiu

wazdn waldl 19 vta d@ulugld 35 QUEChERS wagiiunsdiuld Steinwandter (1985) Tdwatia

GC, HPLC, LC-MS/MS, GC-MS/MS wusnigiiaseniiuseansnnagluinusieeusy

Ainw1 matrix effect lunisnsI9ATIERES 77 vlinRe3s ethyl acetate (EURL-FV,
2010) Tungewme duwarazinlngldwmailn GC-MS/MS wag matrix effect U99N157579
ATILIET 129 BUAMULDINA AU UL NLNTILALAZNNNI875 QUEChERS wazldmaila

LC-MS/MS wudrdnsdlung) matrix INanIznusion1snsIaLasIzy

Wimszvansiivngy carbamate ogemansluninlagldising wuinduszdnsam

Tun15AT1ATIEVAR UL NN BUSU

N13AN¥IN13IAVIFI081991983N 8l ULAE NITNAABUANNAINNTOTENI1NBIUURNS
MNTaimUAYeY ISO/IEC 17043 (2010) wag 1SO 13528 (2005) Tutnwald lawn fdnniaviey
wzWamna woula wavuasly luswyiiy lawn 41ians Dralwawazdnians (lsdiued) Sveslfuians

WS IMAFBUIINI 12 - 24 YiesuURn1s wudmansnaaeudulgjegluinaeiuinela

(74- 87 %) lnedian |z-Score| < 2 Mmsdamsfegrndulumudeivun awnsalddudoyalunis

ToN155U58311M 3§ ISO/IEC 17043 161


https://www.eurl-pesticides.eu/userfiles/file/EurlALL/AqcGuidance_SANTE_2019_12682.pdf
https://www.eurl-pesticides.eu/userfiles/file/EurlALL/AqcGuidance_SANTE_2019_12682.pdf
https://www.eurl-pesticides.eu/userfiles/file/EurlALL/AqcGuidance_SANTE_2019_12682.pdf

Abstract

Project of expansion the efficiency of pesticide multi-residue analysis to the
international standard has been studied. The required parameters were range / linearity,
accuracy (estimated by % recovery and % RSD), matrix effect, LOQ (Limit of Quantitation)
and LOD (Limit of Detection). The international guidelines of both SANTE/12682 (2019)
and Eurachem (2014) set to e.g. 1) 70-120% for %recovery, (2) %RSD <20 (SANTE), (3)
HORRAT< 2 for precision, (4) %ME <10 for matrix effect (NATA,2018). The studies have

separated the analysis method by the chemistry of the pesticides as follows ;

Specific analysis method for herbicide, paraquat, slyphosate,
aminomethylphosphonic acid, glufosinate, bispyribac-sodium, imazapic, pendimethalin,
hexazinone, 2,4-D and MCPA were studied in soil, water, citrus and grain samples. The
HPLC, GC-MS/MS and LC-MS/MS were used in this study and the results were met the

acceptable ranges.

Analysis of flonicamid, amitraz, spiromesifen and.their metabolites in cucumber,
aubergine and chili samples, six chiral pesticides in mango samples and study on multi-
residue analysis method coverage of 250 compounds in various types of sample such as
raw fish, soil and 19 types of fruits and vegetables, were studied in this project.

QUECHERS and Steinwandter (1985) extraction methods were chosen and analyzed with
GC, HPLC, LC-MS/MS and GC-MS/MS. ‘The results were met the acceptable requirements.

The studies on matrix effect, 77 compounds of pesticide in the tomato, orange
and Chinese kale, analysis by ethyl acetate (EURL-FV) method and GC-MS/MS technique
and 129 compounds of pesticide in the tomato, orange, mango, holly basil and Chinese
kale, analysis of QUEChERS method and LC-MS/MS technique; the results showed that the

matrix in commodities gave major impact to the test analysis.

Determination of the carbamate pesticide in chili by colorimetric method was

shown that the validation data were in the acceptable ranges.

The study on the internal reference sample preparation for the inter-laboratory
comparison, according to ISO/IEC17043 (2010) and ISO 13528 (2005) in fruits and vegetable
were conducted. The sample covered the variety of lettuce, tomatoes, apples,
watermelons and cereal grains. Twelve-twenty four Laboratories participated in inter-
laboratory comparison programs. The results shown that most laboratories have their
capacity in the acceptable range with satisfactory score Z-score <2. The sample

preparation and data handing were compliance with ISO/IEC17043 standard.



unun

Jagtuesuinisansiwanensdiulugsinuszaulammsiwseiviinues
Aa oo =~ Y 1 Ao a ev a e Ao
moienTdwILLIn danuvainvatgvesviinfiegaitiundnse launsadnseiieidl
1 IS dgll v v ad a &l ! I ad
Anugenuaziiansiuiouadls UsznauiuiEmsiieseniivannvaty lanaunsaasuintisnisia
& ad - Y & ax - Y o o A A Ao N
Juitmsniwungauuaraumsifiuitinsgiu ewndedinveunissilenied asalinsey
Tildldanunsavzmle vinlmAnaugeenndenan wazlinfoulunisienu fsdnduiagsies
@ e~ a ¢ a % 1% v W 4 A A Ao o a wua v
WuIsmsinsgviansivanalivinzauiuian eunsaluazinsesilenilegluviosujifinig i
1938n1snTuszansan 9057 Muduenudeinisvesdlduinig Uaenduseduius wasiinig
1% aca ¢ A A o v 1o ada ¢ = =
nyaeuANldlaveitiiase ieduduauaugnisuiiug1vedidiins e laewseuiey
funauaiasgIIEvegeunisansuliuenaINTANNNABIIUEINED AFIRATINITATIERLA LY
WBaUTHIns (Limit of Quantitation; LOQ) fiaesinnAUsunaan siunanAeatan illalunande
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QUu Fadulvgian MRL agdiansunnwiiuaUunasaniinsiainseilavsed LOQ

NINTINIATIERAITIEANAN U aNaLasREn S N sInuRsaulug L9 ATz
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performance liquid chromatograph (HPLC), Gas Chromatograph -Mass Spectrometer (GC-
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wmsgIuslfiRng msAnwadedldfnusogmainuans Wi fuwesi in walivane
¥iln wagAnuingiifwansviadnlngidunsnsaiesgiiiuy multiresidue il
ANUANNIaURIeIlfURnslun1snIIaIeey Ingldignsanndiegrsuulminazldineaa
gy 19U LC-MS/MS uay GC-MS/MS uananiunmsiimunyaanssuiinszinazagey
ué SrannsathaansAnulusenounisSusesussuuanmsg I ISO/EC 17025 16 uenanil
fin1sAnEINSeTENfeE Lo AN SVIAABUAINATN SOV DNSNAGEUAIUT I YUY
werufuRnislagaliunisaudaninunves ISO/IEC 17043 10uisnnsnsuseiununimees
wosuftAnsuaglddmiunathssfaussouglunmsdiiunuegisseiiesvesios foansl
Fulupudermunsasgiu 1SO/IEC 17025 Fafumssnseiunsdifiusvosios fons
waztfuduatiuayuiiniuviosuftRnisvesnssinnisinuns uazaniyvvesiosjoAnisd
1¢5usesanmsgiu ISO/IEC 17025 Tunistiedatnsainssssmaifiennaey Proficiency testing ;
PT Gafldlidege wagliannsovviasogswazainasiinsafuroutnensusesues
WesfuRnisla
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ngUseaeAvaslasInIsIdY

1. WEWAINIIENTT ATINATIEATREANANNTANQNABY walugumangay fustngns
wagiivNfoin1sndeszi WunsiuAuausaliiuiesujuiminng
2. wensiaaeuaulilaveitnms asaliesgansivandildlunisvenissuses
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3. Wiefnw13Bnswsen nsiansiegeiliiluiiegs s198sneluiesufjifnag

4. wsfnwduneu IanlunislunsnageuanuaInsnseninmiealuRn1siuansienna
YDULUAVDILATINIGANY

1. fawuaenvaeuauldlaveisn1snsialaseiasiennA1awesingaunsen e
nsinwastudn walsl Tufukazdi Insldasniswazimadianisesiaiamdungausuniy

H1RIFUAING

2. AnwIBn1sdnw3eNdieg1een9BenielurieaujURnTs (interal quality control
sample) ludn waldidusunaniuasraslsiiaguassyity wasinlUldluniseaeuanuaunse

JENINRIUfURNS
A1INUNIUITIUNIIA

n3lN1InTII e WA RsIuMT oIS N SRR UaIIN s NSHIRE Y
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a o

WIDITNNAUITULDY (In-house Method) 1HBNIEN5#197) UTUUTE simun wWaguwUas visean
& [V saa [ 4 a wva A I [ adal a 4 .
VUADU LUNEEHUNUIEN) qﬂmmmaqiuwmﬂgummi DaLJUNITWAIUNITNITAATIZY (analytical
method development) &ssinsiin1snsiaaeunuldlarasds (method validation) Litetiugu
mmgﬂéfawaﬁ% parameter ﬁﬁaﬂﬁqfﬂﬂ lAun working range/linearity, matrix effect,
accuracy, limit of quantitation (LOQ) &2 limit.of detection (LOD) (Eurachem, 2014)

(SANTE/12682, 2019)

35115 QUECHERS (Quick, Easy Cheap, Effective Rugged and Safe) 1Ju38n15m573
a ¢ a Y aa Yo i ] 2 o Y} @& aaa
ARTIPAENTNEANANTENIS LT g 1IN rasuaziuneausuluseivaina 1Duisihaulauas
° 1 a va ) 1 v = 2 aaal 3 v a A A
anldluieslfurnasiueganiewine WWewinidudsinde s3n53 ldau ansetiuaziniedle
ey In1sfinwiazaatanuldlalunisnsalessiansivandavaneyin Tudnualdvaievile
Inelgimatia Gas and Liquid Chromatography and Mass Spectrometric Detection (Lehotay et
al,, 2005) ; (Anastassiades et al., 2003)

nsa319¥adeLA3es Chromatograph Wy GC HPLC sinddaymnisiin matrix-
induced enhancement effects 1osanansiiieglusnetng (matrix) luannsagnudnlnuely
Tudumeunsasauazadadaluiiou ﬁﬂﬁﬁggzyﬂumsmaﬁmqﬁw%aﬁﬁﬂ’jﬁmmLﬁuﬁﬁq 9dana
sormgndBIaINTIATiITsun LAz BsUa) 1wy Thiliansnsansieaansfiiiuiuna
Mld ianssenuRan1sinsesiiamanaraUsinaasuarmanuasenlifanslushedn

(false positive) wseldnuansviafitanslusegis (false negative) (Mastovska, et al., 2005)
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ws matrix AldeR Aotelidnuauzaas peak uaz peak intensity vedasuInsgIulufiog 197

[

AsIIATITARTULasidy e In T ingandasunsguludvinazane (solvent) waniinads
ABNAN1INTITBATIENTIANGINTTL T3 (over estimated results) iald calibration standards

Mwseuluvinazaie (solvent) (Anastassiades et al,, 2006) $9819UNIRA WAVDI Matrix YIbk

[

AsHNTLENIRYYIUNITNTIVIN (peak) TR Hdnway tailing peak wazdyQIUNITATIVEING

T

asumsgiuludiviazane (solvent) (Mastovska, et al., 2005) liNaN150151931A12AEAAN

n7duase Wisld calibration standards Mw3ealuitazans (solvent) ety matrix

(%
=€ v o

effect #Rd0evinsAinwilaseuisudygun1snivinvesarsunsgiuludwiasans

(solvent) fiu ansunsgIuludvinazanssiieegn (matrix) Nadnaae3sNnsI93LATI8N

WATANIINTIIATIENEINGY carbamate JagUultivnadia Wiy HPLC Way LC-

MS/MS Fadunsedioninnugennuazialdinegs nsldmaiinduiiailawaslisodld

[

Y o A a ¢ a Y adu o = o ° aaa i
LAFDNUBNUANHADNITIATIEUUINN carbamate AIEITINE F9ID1 EJﬂ’l‘JVI’]‘UQﬂiﬁl’lizm’Na’li

' [
=2 a o

AISULAAUAITazaY p-nitroaniline Tuanziud (AW 1) FellTunauUuINITIATIZN A 91

'
a

N3 hydrolysis @15 carbamate Tuanngiuauas Nounnivies iandnsusiuouiususs phenol

9 Y 9

Feauns 1.1 aantu diazotization @13 p-nitroaniline fiu NaNO, wag HCl ﬁqmmﬁﬁaq laans
p-Nitrobenzene diazonium salt Fegan1s 1.2 %umau&ialﬂﬁﬂﬂﬁﬁ%m Coupling S8WINSNANA
Yosauns 1.1 uay 1.2 1andnsamidudsUsznsuidetouiifidgandunagaani 525 nm
Faauns 1.3 nsgandukasesasdimiusiuuimumivisn thvdnnstluiesesininm

ANSULAtUA2e819le (Chu and Fan, 2009)

1
OCNHCH, OH
@iR 2 M NaOH at room temp @R 1.1
R Hydrolysis R

Phenolic derivatives

Carbamate

At room temp.
OzN—@NH2 +NaNO2 + HCl —— =  O,N Ny*CI 12

Diazotization

p - Nitroaniline p -Nitroaniline benzene diazonium salt
N2*Cl-  OH
R Alkaline Condition
+ - 02N©—N: OH 1.3
R Coupling
NO, R R

Color reagent product

il 1 Uisenmaiindvesansnquaisuiun (Chu and Fan, 2009)

10
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1.1 YBN1SNAADY Usznausie 23  NISNAaed

N1NAGBL ¥aN1INAADY Haiiunig danie

1.1 MsnaUILaEAsIdauANUldlave IS Ims e JUAU WANa ¥ nevdvumudade

ASNERNANNITIAIA (paraquat) TuRuwazy 3981 RILIWUN MSHAANINANSINYAT

U NIWNA

1.2 MsnaLILaznTIvdaundlYlaveitiAs v undd adennan /' nedidesianndadunis
ansfiunndns Tnalian (glyphosate) nsnogdly (VAT Aouan HARNIINNSINYAS
wianealwiin (aminomethylphosphonic acid)

waznglndium (glufosinate) Tuth

1.3 nsiaILazasvaeundlElaveddtnis avinn3 wyded nefiduianniaduns
Wnsenasivandsalulsddmy (spiromesifen)  ygywidnd yam HARNIINTLNYAT
wazayus Tulynsenauzidle

1.4 MsRRLILaEnITaaunI Nl vesITAA A ARG AIUTNR Y nevidsiandatenis
ansfiwmnAdlnalulan (glyphosate) wasngln@- @S vyded HAATININISINYAS

\n (glufosinate ) Tuiiwnsznady
Useiius Lauving

Juaun guangde
Y 9

1.5 AMsWAILILaEASIdauAUlYleve IS IS Miaumd Weana ¥ nediveimuladenis
ansiwanAaunendilules (methoxyfenozide) — 3YM1 A3 HAAVININIINYAS
Ayilulee (tebufenozide) wazlasunillules srdol uansIa

(chromafenozide) Tuinniuazmaslsilag

1.6 nsWmLkazaTIdeuAldlfve T insier  Usius wawinn Y nedideiantadons
ansfivanAswesansriasfafin (flonicamid) uay  Uamidnd yaid HAAMNSNTNYAT
aseunus lulinseauns Meawmalainialas ains yyeded
1IATT-unaaUalnsun s/ uugaiualnsiuns ARG AIUA
(LC-MS/MS) Juaun guangde

Y $Utn1sneasd
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N1SNAADIN

FBN15NAADY

v

BAuns danm
1.7 ASHRULAEATIVERUANULTAUDIITIATITH yuIdnd ygywd ¥ nefideamnade
a ¥ a @ aa
AINBANAN 2,4- 0 (2,4- D) ) uaslonaie (MCPA) a3 wydsd NSHAANNIIAITNYAT
o =
Tusyily ARMINT AIUTUR
Uszius AN
Juawn Quengdy
1.8 nsimuItaznsvaeuaNlylaveIsiaTIz 2ziinn guuszig Y nedideiandade
ANsNuANANNBEANI Y (@amitraz) LLazaqﬂ’uﬁ‘Tuw‘%ﬂ 58N UANITTU ANSNANN AR
1.9 AMsiaLkazasIsdeunnuldlaveiiiasyy Uszia JunsauY novideimunlady
ﬁ’]’iﬁ‘iﬂ@mﬁ’]ﬁﬂfju triaZOle Iuau NANEU AAT8NIAN ATINAANINNIILAYRNT
JUNYY Nane9
1.10 ASTRUILaEATIvEeUANN L lAUeIIT AT TN Uszug wautig ¥ nenldeiaunady
asiunnAeUeansidnkIanauuUlyBagy | YRIANN YA NINAATNIINISNYAS
L - anms U
(benzoylurea) Tunmiolsiilss semaiin LCMS/MS. .~ "9
ARMNT AR
Juaun uangde
111 nMsiaILaznTvaaunNlg TR NTAAT Y Yozdna agsauns V nevidesiaundade
AREANAIVBIATANIAIUIY Ve bSuuUn-tuAed  odan Vosus MIRAANNNTNNBAT
(bispyribac- sodium) 8194 (imazapic) Y59l wanIIu
WWURALLNIAY (pendimethalin) wagianazgluuy
(haxazinone) Tusgyiy
o o - v a o ¢ av o 9
1.12 AR waEATIdeUA Ul lAUeIIaNTRTIR wsudd Jyuuzuiuwi Y nedideimunede
A5 EAaITREnNA1aas Chiral Pesticides 6 vila  Uszv5Und wadfgily MINAANINSNYAS
Tuslzaing Wnelvreduuniinnuanizianzas fu
wialalewasrasuuudaninlasunnns H-ununy
unaaUnlnsns il (High Performance Liquid
Chromatography-Tandem Mass Spectrometry)
113 nsmLIkaEATIRdeUANlYlAveIT IR IEN Asvied uadeass Y e dade
ansiiwanAsnaulnitse (tolfenpyrad) wag Yile NowuTY NMINAANNNITNYAT

Ayiulnuse (tebufenpyrad) Tunziame lag
wadlalawesnesunudaninlasunlnnsi-unuias
unaatUnlnsns il (High Performance Liquid
Chromatography-Tandem Mass Spectrometry)

Yyzng o33AYNT

Y 9915 neass
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AInAaedd Fommaaos {Aiiunis defim

1.14 msnsradeuauldlivesdsnig QUEChERS el Ussuddnd weddala  nedideimuniede
Tun1sasIalAsIevasienn Al URNLazNa Ll weudd Anuusunuud msdanensinyes
Tngldufalasunas-unaaiunlnsiuns/
unaaUnInsues (Gas Chromatography-Mass
Spectrometry/Mass Spectrometry)

1.15 MInaLLaznTIvaeunNldlaveIsiATEs wda veuui Y nevidenianniady
a15NYINAIYRIANINaURRsNLUBALHA fuiiin wanes MISHEANINTIN YIS
(organophosphate) aa3n1lunasiu e nunig
(organochlorine) Iwsnseus (pyrethroid)

AISULLA (carbamate) Way losozdu (triazine)
Twidlevan

1.16 mMsnaLLazaTIvaeunNldliveIsiAs v AR Sedfins ¥ nevideninmniady
asiiunnA1aveseandngeasiviy (oxyfluorfen) dnull invySheyga ASREATNINSITS
Iw3auu (pyridaben) TadTulaunlas e darfs
(difenoconazole) paaslwinesa (chlorpyrifos)
wangn- lwgnlansu (L-cyhalothrin) maasiuiwes
(chlorfenapyr) twan-lganlansu (beta-cyfluthrin)
waztulwsw sy (fenpropathrin) iuﬂdmﬁ%ﬁﬁ
ﬂ%mmﬂquﬂ (high water content) LLazﬂzjuﬁsuﬁﬁ
U%mmﬂ’nwﬂuﬂsmazﬁwgﬂ (high acid and high
water content)

1.17 nsiaLIkazasvaeualElaveiTins s anull wyyindyga ¥ nedideianndady

asiunnAslulgIowme du Lazaztn A8
ethyl acetate method laglgn1snsiadinee
wglATHINAH-un UL aaUnInsn W
(Gas Chromatography with Tandem Mass

Spectrometric Detection)

N1TNARNINITNYAT

Y $Ut1n15Neaad
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n15NAADYT Fon1snaans BAuns defim

1.18 ASANYINAVDIANTANAINNNY (matrix effect) ¥l nasuwy ¥ nadeauntadenis
ANSUNIATIVIATIEIENT 129 38 Tudn waldl 3533”1 ROACEELS WATNIMSLNYAS
A1875 QUEChERS Lazns193tAszisiemalin Tusfind easnyms
Tawnesneasuuudaninlasuiln-ns # unuias
wuaaunlnsns1d (High Performance Liquid
Chromatography- Tandem Mass Spectrometry)

1.19 nMsimuIkaznsIvdeuaulglaveisn1nga qnws dewsu ¥ drinideuasiaun
Apsziansiuandanguaiuian (carbamate) 41981 Sunides msinemsiLni 4
pg1a5slunsnlagldisind oviowa 1

1.20 nsAREBN asannaniuiuny (representative  anwilansnydnvyga?  nesiderimuniadons
matrix) liionsmUsnaasivanddlunisasag ( TRaNT Newde) WATN NSNS
Jpsreiuuusn Tudhuaznalsl Mewdouialas QA luemeus
1lnnsIn

1.21 nsnsadeuadldliveitingidasivanag  gwed Uszangey VY dainddouasiiann
nqueasniluvleaine (organophosphate) Tudu Useyy gl msinuAsLeat 3
Tneldip30s LC-MS/MS Jwams AN

1.22 MsaLILarnTIdauaUldleveitiiAs ity AW wansu Y nediduimuidadunis
anAengu lelglngansu (isoprocarb) il quussiasy WEANNINSINYS
Tolnsanamsu (iprovalicarb) wazlnlotuuaisu
(thiobencarb) Tuseyivsmemaiia
analasu I A-unaaUnInsiun3/uuaaunlng-

Wes (LC-MS/MS)

1.23 nsnsaeuauldlavesitiiasiasiivandny  8vE wwaed Y nesuANiTLay Tan

anasan onwsiiley NNNITNEAT

MEIBN15 QUEChERS vesansnaueasniluneaiin
(organophosphate) wazlwinseus (pyrethroid)

Tu nsziey roukne wazluvn (W)

Y UtNNNsNaad
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1.2 5208UA5398

AANTIUN 1 WAIUIMATANITIASITHEITNEANAILNDLNLAIUEIUITOVD

1.2.1 NMSNAIUIASAATIZN

1) damansall  @1sHnsgIu feeeeu U1 W gunsalinendans 1

ARANTAINTULATEY GC, GC-MS, GC-MS/MS, HPLC tag LC-MS/MS d@ouliieulninsdeinane
' M Y] a s = Y  a & v

NIVAEBY LU L0979 Wasludines LAFoeuiiuiuing Wusu

2) W3ENaNTINTF NV IR ITivAA UL WeUSUan1IENSYINNY

= a ¢ A a Y I aa A o g v Y v

YBAATDINTINIATILN BlElunTiwSeNfing1efNasuInsg Ui livsuAILINT Y0
asludegnanuuey (spiked sample) wagiiiaasns calibration curve

3) USUanN1I8MsNUYeRATeNTINIATILT  LagdnansinnsgIunalg
NTUA9 DY IAANIUTIGEAUDINITIANLAILIINZ AR LN MRy 15un 13RI IR LaT
ANUIUTUVBIETUINTFIUAAALAE range U4 calibration curve YBIENTUINTIIU

4) aATzimegildnegeu 1aeldisnaslaisnimmilsndenlaluns
NAFOU ADIlUNUAITRYANANTABINITNAda UNIadldn 1aIN 159529 Inv0a TR NAISUIIN
Houn1915zau Limit of Quantitation ; LOQ /Laziesnuluiiu 30 % ¥83536U LOQ
(SANTE/12682, 2019)

5) A529aUNITUMUIUYIATNLF Y YIUNITNTIVTANTINUAI TR AN AT
v = A Y 6 1 a ¢ aa
Aean1snageuluasall LaTaaiikazgUnsaling 9 laensia3ATIen solvent blank Au3s
NAdOU AYlUNUAITNENNANTRDINNTNAFDY

6) YNABUITIAIILALALNITHANAITUINTFIUINTIUAMLLTNTUL U OUATLY
Y ! . & ¢ a ¢ o o &
f9819 (spike) LABRILUBSLBUANITIATIZY NAUAY (% recovery ) Aadl

6.1) nAdeUITIATIEVRENos 235 NAnuuTuraansinsg vl

FI0819 DUNUDY 3 AT ANUITNTUAY 5 91 UTslluNanIsuadouanAIsouaznIs
NAUALVDIANTNNAADU (% recovery) hagAIuLies (precision) daUszidiuainan % Relative
Standard Deviation; % RSD siasag/luinauaieansu uaganududumaninsialiaszlagnaed
wiugn (LOQ) masiiAiaeniiA1 MRL (Maximum Residue Limit) wielgUselouiainidiinsig

YaRIUHUANTS

6.2) USuisnsnlinamsiiaseiiiuvuiluuegluinaet lngusuluduneuarin

ey clean up fvgn9 elnlaIsndnugnAeuiugasliA1 LOQ Wesndidl MRL

6.3) asuiBuazAnugneevesiinagaeu


https://www.eurl-pesticides.eu/userfiles/file/EurlALL/AqcGuidance_SANTE_2019_12682.pdf

7) M3tuiinteya
Suiin i Usines wazanadudu Tumsiwdesansiiasgiu dvin
$9819 mmLﬁu%'uﬁuaﬂmsmmgmiuﬁaaﬂwﬁLamLLazﬁm’aﬁmmﬁlﬁ FUIUNITNTIVINVS
\A309RTITASIZI Signal to Noise Ratio vasdayg1ansnsavinfinnududusedu LOD waw
LOQ uazan1IzN1s ¥ NUTeUAIBINTINIATIEN

a

1.2.2  nsnsvdauaultlavesisiasiei

1) o asall asesgiu feghadu 1 i guNIalineeans wu
AORUAMSULASE GC, GC-MS, GC-MS/MS, HPLC way LC-MS/MS geulfisuindedlefiiinane
NsNAEeU WU 13aete wedlufwes wazedeuiusunng Wud

2) wisuansmIIuvesIaniifiuiianudiduingg ieusvaaiznsiay
YOUASTHINTITNATIZI WlolieTen spiked sample wazifieadns calibration crve

3) U3uannemevhauveneadewmmaienei lnednasinsgiuiiay
dudiusingg ievndisihanauisgegavesnsinnuanuivsngas ielilidyamnsnsaialdi
AT IYDIENTIIATEILANGR Wag range U84 calibration Clve UBIENTNATEIU

a s

8) n519mTIZRFE1e sample blank Tagldsnaaeuiivden dedlinuatsfiv
anfnsiifesnisnaaeu Mieliduaunsnsainvetmsivandadesninfisesu LOQ wagwn
nuanstusegsionuluiiu 30 % v933aUL0Q

5) avgeunsluietiesdsiiidyanamsamatanseiuasivanda
Fosmavmaeuly ansiadl iaTeau gunsaling 4 TneasiaTinsiesi solvent blank AuAsnageu
Fodlinuansiuandafisesnisvnaeu

6) VINEOUID ILAIILI AU parameter HN9e)A9Ll

6.1) Linearity / range

6.1.1) ATIVVATISHAITUINTFIUANTIUANUTUTUR LD UDE 1D
3-5 AMUTNTY MBLATBdlaTAIIERiea31s calibration curve tnaiildumanuduius
J¥WIN response UBINTINTIVIAAUAMLLTUTUYDIA UMM Useidiuan correlation

coefficient; r 158A" coefficient of determination; R

6.1.2) mmﬁmawﬁﬁaasﬁqﬁLaumsmmgmﬁmwmmLst’Tu%’uLLﬁuau
Tnel8Aneaiiirmun mauduRussening response vasnsnsavinfuanududues
ansiwandeiddlufiegne  Wiemnuduiusseninanududureansingadnssila sy
AT uYesEnTRwRnA s TN lueEs Uszidiuen correlation coefficient; r ¥3of

coefficient of determination; R? (Eurachem, 2014)

16
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6.2) Matrix effect

TnomswSeuflsudyainnsnsaiaderiomsvinsed vioay
#u (slope) v@4 calibration curve FesasATIUANTIUATITLTUIWTelusviarae
(solvent) fuansumsgIuinsuamadudiuiniedlumsazarefiegns (matrix) flada uag clean
up $esTliveaey TnedyannisnsiaTadounndnefuliiiu 20% (SANTE/12682, 2019)
%39 slope wnneneiulsliAn 10% (NATA, 2018) inwuinil matrix effect AodnIENAITUINTFIY
Tuansazanefiegne (matrix) Wieldlun1snsadnszsimuinaans nensdld slope Useiiiu

matrix effect 3MNAUNITAIN

Matrix effect(%) =[(sLope of calibration curve in matrix) — (slope of calibration curve in solvent)]x 100
(slope analytical curve std. in solvent)

6.3) Accuracy

VAo UlAEN1INTIVIATIENFIDENLANANTHIATFIUTINT VAL
Watulu@I9819 (spiked sample) 98190y 3 AULTLTU AMUINTUAE 5- 10 97 Uszlilu

trueness Wag precision A4l

6.3.1) Trueness UsziliUaanAsosaznsnauAuYesansiuiodsi
NAABU (% recovery) INauigausuAe 70-120% (SANTE/12682, 2019) Gainasigausuazauiu

ANUtLtuYesEslumede IngllgnsnisAiuaneil

C1

% Recovery = 6

C1 -Aruduwesansiitaseild wine me/ke 138 He/ viie my/L wie peg/mL
C2 -aiduduresansiiiuadiuiiesns me/ke vide pe/s wie me/L wie pe/ml
6.3.2) Precision UszLiiuann % Relative Standard Deviation; RSD
1 InuseousuTeg % RSD < 20 (SANTE/12682, 2019) #3011 % RSD lUA1120uAT HORRAT
Tnefiinauieansu HORRAT < 2 (Horwitz, 2000) 39n13euinidn Predicted Horwitz RSD

(FmTumsviguuy repeatability) % RSD uag HORRAT fgnsnisnuiasail

Predicted Horwitz RSD = 0.66 x 21701280

C = concentration ratio

% RSD = S;Dx 100

SD- Standard Deviation (ANU84.UNHATFIN)
X - ANLAALUDINANTNAGDY


https://www.eurl-pesticides.eu/userfiles/file/EurlALL/AqcGuidance_SANTE_2019_12682.pdf
https://www.eurl-pesticides.eu/userfiles/file/EurlALL/AqcGuidance_SANTE_2019_12682.pdf
https://www.eurl-pesticides.eu/userfiles/file/EurlALL/AqcGuidance_SANTE_2019_12682.pdf
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- . % RSD
HORRAT (Horwitz’s ratio) = , ,
Predicted HorwitzRSD

6.4) LOQ (Limit of Quantitation) t.az LOD (Limit of Detection)

6.4.1) LOQ umenanduiusings Aanunsonmvinsgildlaed
accuracy aglunaeigansu a1ausuiiiulag 19p1 SD- standard deviation vesAULTLTUYDS
ansluseghafisniigniithunm accuracy Tas LOQ = 10 x SD wag LOD = 3 x SD figatisne
MsATITIeTIsRet RS uaI LT uuueuetates 10 91 Useidiuen
% recovery kay % RSD Aotoginaueigausy i3nsllonmviinseiidyun1sind noise

dyaun1InTvianszau LOQ @l Signal to Noise Ratio > 10

6.4.2) LOD urmnududusingn aunsansiadeseild lngses

[

nwudyayrunisniadinansludiegrmnsiieg1iingiadiasien (fegrsdesmuansiullsyauaiy

'
o

e 99%) o13UseLiulngldAn SD- standard deviation ¥89ANULINTUYDIENS lUAIBEN199IHN
d‘ d‘ o ¥ a 6 1 d' a
NFANUININT accuracy 198 LOD = 3 x SD IA@0UAI8NISATIIATIERAIDLNTLANENT

LINTFIUANTIUANUTNTURIUBUDE1IURY 10 91 Useiluain signal U8an1395391R d1msu

A A a el o v o . D . .
LATDIUDATINIATIEUNEYYIUNTTIAN noise AN Sighal to Noise Ratio > 3

o

7) aulaysIguna
agUuazTsnuRaMINAEBUANKFULUUARMUA dnsiansainansnnaes
WusuuzaznatinsdnanulUldusyloud
8) msUuiinteya
Suitn dhwiin Uues uazanududu Tunswdeuansanasgiu dimiin
fHogs Anuituiuesaisinesgiluiedsiiduuayinsa el dygrummaniaves
\A309ATI3ASZI Signalto Noise Ratio vasdyaransnsaainfinnududusedu LOD uay

LOQ hazan1ENISHINIUUDATINTINIATIZI

1.3 Wan159Y

4 a

AANTTUN 1 WRAILINATANITILASIEAAITNEANATLNILNUAINEINSA

(%

‘Uaﬂﬁaﬁﬂﬁﬁami Usenaumie 23 A1snnaad dnall



1.1 NMSNAIUIKALATIFEIUANU TRV IITIATILHAITREANAIS WITIA2BA

(paraquat) Tufuuazun

1.1.1 @4n12n15991uvea3ed HPLC

U¥uan1zn1svhauveeies high performance liquid chromatography
- HPLC U3unaslunisanans 20 pl dnsinisluavesnanioudl (mobile phase) 1 mL @au
n379¥A#28 Diode Array Detector (DAD) in2131813A3Y 258 nm auungimedui 40 °C
asazaneildilunandous 3 2 4dia fie a15avans ammonium formate 250 mM, pH 3.7 was
acetonitrile Tudmnsau 80:20

n1snaaeua L duLdunse (linearity) ¥99051MUIATFIUVDY working
standard solution 1 6 s¥fuaIIdudy Tugae 0.0252- 2.5168 pe/mL Wudadacorrelation

coefficient 11U 0.997

1.1.2 NSATINIATIEN paraquat TufIDE19AU
1) MINAUNITIATIZI TnednuUasu1a1n3d aedic! Plant Protection
Division Method (Kennedy, 1986)
NAdOUITNTaNAlAENARDUSNTIAULAZUTUINTVBY conc. sulfuric acid
wazindy wasnadeusseza e lunmsalissmeatuuly fisvesoa 2, 3, 4, 5 uas 6
T wU31 3 % recovery 80.8, 81.4, 90.6, 94.1 Wag 95.9 MUEGU %aﬂqﬂiwmaﬂﬁmaagﬂu
nasigeniy Judensreznaniitesiigade 243l Tumsnmaaeuauldlive e
NAgaUNT clean up fMeg1s lnevndeulsednsnnues SPE cartridge
3 9iln Ao Cyg, SI-OH WAz ENVIECarb™ 9u31n15 clean up e ENVI-Carb™ SPE cartridge
fiUszanSnmgendn SPE yllndu Ustnnsvesasarindnetaianzaslunisil clean up ru
SPE cartridge Ao 5 mL uwagldanuituduuas ammonium formate Tu elution solution e
$0E19vIAU 250 M
2) YT SULE lUnTades e eRunseUusIu Aunse uaghusau
wideivunse fanududuves paraquat Tusieegna 0.5311, 1.0067 way 3.0349 me/kg WUl
A1 % recovery Tuaag 71-115 uagdl % RSD Tutae 5.17-13.16 %qa@ummsﬁaau%’uﬁa % recovery
oglur19 70-120 waw % RSD <20 uazlfivioufisunanmsiaseiaies HPLC 1o933finamntuiy
Nan13IAdBLA3as spectrophotometer as3EvadauLAs (Kennedy, 1986) wuinnsldiades
HPLC 14 % recovery LWay precision firnd
3) anvdeunmlyliueisinTg
Nadau fortified sample WUINYNAMUTNTUVDIIENAFDU

(range/linearity) agluta9 0.1 - 20 pg/g nedlAn correlation coefficient Winfiu 0.9989 du

19



20

accuracy nadaul 0.1, 1.0 way 20.0 pe/s (n=7) WUl 9% recovery La?{aaqimm 79.5-107.0
% RSD glutag 0.4-13.7 uay HORRAT lutas 0.06-0.90 Feegluinamisensu fiAn LOQ iy
0.10 pg/g thag LOD winAu 0.05 pg/s
1.1.3 MsAs193LAT 189 paraquat lushegna
1) MSHAIUNIDUATIZY

NAAUNTT clean up MvglasnadaUUIEENSNINYDY SPE cartridge
2 wiln IéuA S-OH uaz ENVI-Carb™ SPE cartridge WiawSeuifisus % recovery wuin SPE
cartridge assvlalinanisnaaouiialndifesiu suusadenld Si-OH SPE cartridge Wiosan
fis1A1gnnin nageuUAsYesetlimagousl SPE cartridge WuIUTINATVRITIDEN T
WgaLAD 500 ML warnadeuy3unsues elution solution fiwwr1u SPE cartridge 718nI1N13
a1 mL/min wuinUSunasves elution solution Mwieaufio 5 mL

B3afiuSuud s lunnaeulushetsheiasieg Tad dandu (distilled
water) thiladu (surface water) waztindszin (tap water) fanududi 20 pg/L (n=3) lamn
% recovery Tt 97-109 waz % RSD Tuts 2.4-3.7 Feoeflulnausidavua

2) M3n519aeUANlElAIe9IR LA

naaeu range/linearity l8nTIIATIE fortified sample wuiney
U143 0.25 - 20 pg/L iiA correlation coefficient 111U 0.9983 @113U accuracy nadoUil
1,10 uag 20 pg/L wuddl % recovery aglutas 77.4-85.8 uay % RSD ogluyae 4.7-10.9 uay
HORRAT Tut29 0.22-0.56 %aagﬂummsﬁaau%’u A1 LOD winfiu 0.25 pg/g tay LOQ Wiy
0.50 pg/L Jsmanisnadeuiisssiu LOQ I % recovery Waawinfu 88.3 % RSD wifiu 9.08 uay
HORRAT Wiy 0.27

1.2 mMsnaitazasidauauldlavasisiasiziaisieandg lnalnian
(slyphosate) ninaziiluiuiianadlniln (aminomethylphosphonic acid) wazngludiun
(slufosinate) Tuth

nsiaukaznsvdeuauldlaveitinnsiasiuanaglnaliian (clyphosate)
nsnezdluuiiavlealniin (aminomethylphosphonic acid) Wagngln@ium (glufosinate) Tuth Taeld
@13 9-fluorenylmethyl methoxycarbonyl chloride (FMOC-CL) Tugnsazatguatsniniwes (Borate
buffer) LﬁaLﬂ?{augﬂmﬂumimaﬁﬁmiwzﬁéf’m \A384 High Performance Liquid Chromatograph

[y

PnanuIngI9invle Fluorescence Detector (FLD) asiadaumndlalavesisnngeu lnenngau
accuracy NAVINTUTENING 0.04-9.0 pug/L WU % recovery aglurag 78-105 & % RSD < 20

A1 LOD tag LOQ WudwinAu 0.05 waz 0.15 pug/L suansu



1.3 NISNAILILAZATIVFUAMN I IAVBIITNITIATITIETRennA1ea bUTsHT Y

(spiromesifen) uazaywusluivnsenauziva

ANYINITNTITNATIEN spiromesifen wazaToYINUGAD spiromesifen-enol
pematnanInlasulnaIN-tuaaUnInsiuas (Liquid Chromatography Tandem Mass
Spectrometry (LC-MS/MS) Iuﬁ%ngamwﬁa

1.3.1 @4012N1599Uv80A309 LC-MS/MS

NIMTIVVATIEN spiromesifen wag spiromesifen-enol WUIHAT
retention time 71 6.81 Ul uag 3.96 Wit Aud U e dudunsdmsunisnsie
Arsreiienududy 0.005-0.50 pe/mL e R = 0.9998 uay 0.9993 auddiu Inedsaning
ST LASEII

1) 1309 LC

LC-MS/MS : Agilent 1200 HPLC uag Agilent 6410 Triple Quadrupole
Column : Synergi Fusion-RP 100A, 100 mm.x 2.0 mm
Column Temperature : 25 °C
Flow rate : 0.4 mL/min
Injection Volume : 5L
Mobile phase : 5mM ammonium formate in H,O (A) and ACN (B)

2) 130 Triple Quadrupole Mass Spectrometer

lon mode . Positive ES

Nebulizer 745 psi

Drying gas flow ;11 L/min

Capillary ;4000 V

Drying gas temp  : 350 °C

MS/MS

Compound Name Retention time (min)  Precursor  Product ion

spiromesifen 6.81 371 273
273 187, 255

spiromesifen-enol 3.96 273 187, 255

1.3.2 MSNARDUIDIATIEH
Wiguleuisnsana 3 395 lawn 35 original QUECHhERS (Anastassides et
al,, 2003) 38 EN QUECHhERS (EN 15662, 2008) uwagion15ainnag ethyl acetate (Pihlstrom et

al., 2007) fianududu 0.10 mg/kg (N=6) HANISAN®Y % recovery U84 spiromesifen Lay

21
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spiromesifen-enol 38 Original QUEChERS (Anastassides et al., 2003) AU 105 waz 55 Lay
1 9% RSD W1AU 1 Way 6 MUa1AU 35 QUECHhERS (EN 15662, 2008) 3 % recovery winfiu 105
Wag 59 wag % RSD WiNAU 1 wag 4 MuaIfu wawds ethyl acetate (Pihlstrom et al., 2007)

i1 % recovery Wiy 105 way 87 waz % RSD Wiy 3 way 2 muddu uanslifiuin3sfiads
Ffee19918 ethyl acetate 1% % recovery a&ﬂuszi’mﬁaau%’ulé’ﬁmé’umsﬂy’q 2 %iln faulunns

aaeersItndonleissinanilunisnsisasuanuldlsveds
1.3.3 nMsasiadaumnudlalauadisiiase

1935 ethyl acetate (Pihlstrom et al.,, 2007) Tun1sAsIz%
spiromesifen waga13oYRUS spiromesifen-enol luMagsuzilaiUse uellos 1y usilatanas
WD HANINAABUNUT working range/linearity aglutie 0.01-0.50 mg/kg'dA1 R? >
0.995 @1 accuracy nadouT 0.01, 0.10 uag 0.50 mg/kg (N=10) WUl % recovery agwlmhﬂ
73-102 waz % RSD agluvas 2-7 Feegluinasmivaniufe % recovery. 70-120 uag % RSD < 20

A1 LOQ winfiu 0.01 mg/ke wag LOD winiu 0.005 mg/kg (n=10)

1.4 ASNAILILAZAIEaUANUTYLAY8975 A 1TRE TN EANA1 lna LWL
(slyphosate) waznglndium (glufosinate ) Tuunszpadiy

6

1.4.1 @N1IENITNNIIUYBWATBINDFINTUNITHIIDWATIZI

Anwanmefivngauveunsesdedviun1snsalnsizias slyphosate
rawailn GC-MS/MS Tnedien retention time windu 7.73 wnd Tithannnandudunsad 0.005-
0.20 pg/mL laediAn coefficient of determination (R?) 1i1AU 0.9980 LaEASINNATILAENT
slufosinate demailn LC-MS/MS iR retention time winfu 5.43 undt Widhaanududunsed
0.01-1.0 pg/mL lawdlaq R? iy 0.9994 Franmemsvhauvoasseiel

1) GC-MS/MS dsUns1aAsg1ians glyphosate

GC-MS/MS Agilent Technologies 7890B Agilent 7000 GC Triple Quadrupole
Column HP-5MS Ul 15 m x 0.25 mm x 0.25 pm

Gas flow 1.7 mL/min (constant flow mode)

Carrier gas Helium

Inject volume 1.0 pL
GC inlet Set point Temperature : 260 °C
Mode . Splitless



MS/MS

Column:

Temperature:

Mobil phase A:
Mobil phase B:

Compound Precursor ion Product ion

glyphosate 511 384, 411

2) LC-MS/MS d95uns1aasgians glufosinate

Hilic 3 um 100 A (2.1x150 mm)

45 °C

100 mM ammonium formate in water+ 1% formic acid

acetonitrile
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Inject volume: 10 pL
Total run time:  15.00 min
MS parameter:
lon source: ESI
Source Gas temp: 300 °C
Gas flow : 11 L/min
Nebulizer: 60 psi
MS/MS Compound Precursor ion Product ion
glufosinate 180 63, 85, 136

1.4.2 NSNAERUITIATIZI

NAdOUIBANAFOYNEN 3 35 1aln Anastassiades et al. (2020) 35
Chamkaser et al. (2015) uag33fisaulasannizues Borjesson and Torstensson (2000)
TneUszidiuain % recovery wuinisiidnudasdSatnainisaes Borjesson and Torstensson
(2000) lasadnmeaisazay hydrochloric acid wag clean up Ae SPE ¥1in ion exchange
resin kAN snaaevagliinaein1seousy

1.43 n1snsivaauanuldlevesisimsie

asvaeunuldldvedisisnuwladiainmuisues Borjesson and
Torstensson (2000) lnenad@ayu accuracy Voans glyphosate i 0.02, 0.05 ez 0.10 mg/ke
(n=10) ua slufosinate 7 0.05, 0.10 uaz 0.20 mg/kg (N=10) WUI1 % recovery ag/luy9
73-100 WAz % RSD aglutag 3-14 A1 Tsegluinasivensy i LOQ way LOD ¥es glyphosate

WU 0.05 wag 0.02 me/kg suanulay slufosinate WU 0.10 wag 0.05 mg/kg MINAIAU
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1.5 ANSWAILILAZATIVFBUAMNIYIAVBIISAIATITE1TNEANA1INnan TN TULea
(methoxyfenozide) ﬁyjmu‘l%ﬁ (tebufenozide) uazlasu Wlulas (chromafenozide) Tudnyid

Unazaaalsilags
1.5.1 an1eN15NNUauAIed LC-MS/MS

LC-MS/MS : Agilent 1200 HPLC iag Agilent 6410 Triple Quadrupole LC/MS-MS
Column : Phenomenex 2.6 um XB C18 100A, 100 mm x 2.1 mm

Temperature : 40 °C
Mobile phase  : 5 mM ammonium formate in water + 1% formic acid (A), ACN (B)
Run time : 10 min

Injection volume : 2 pL

Mass parameters :

lon source . ESI (positive)
Source parameters : Gas Temp. 300 °C
Gas Flow 12 L/min
Nebulizer 60 psi
Capillary 4000 V
MS/MS
Compound name Retention time (min) Precursor ion  Product ion
methoxyfenozide 4.038 313.2 91.1, 149.1
369.2 149.1
chromafenozide 4.142 395.2 133.0, 175.0
tebufenozide 5.110 353.2 133.1, 297.2

1'5.2 NIsNAEDUIDIATIEN
WIgueuisn1sanamiegnansdn 2 35 wwn 35 QUEChERS (EN15662,
2008) uaz 3% ethyl acetate (Pihlstrom et al,, 2007) Tusniifiuazaaolsfiagilneidonaziindu
foysunu TneAnufinnududulusheds 3 sefu (n=5) §%i methoxyfenozide 71 0.005-0.5
mg/kg @15 tebufenozide 7 0.01-1.0 me/ke WLy chromafenozide 7 0.01-0.5 me/kg ANWE
NNSANEINUINID QUECHERS 19A1 % recovery Ani115 ethyl acetate 391438 QUEChERS d14sU
nsasrvaeunUlelavesitiAs e
1.5.3 msasiaaeunnulslavesisinsei
n519aeUANlglave93d QUECHERS (EN15662, 2008) Tumiag1enzi

HANIIAIIVADU matrix effect lnaSauiigy slope TotansazatsuInsgIulesesluaIsazany
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fegnangiinfiaiingie38 QUECHhERS (EN15662, 2008) Auansazauunmsguiadosludani
azang IneUsziliuain signal suppression/enhancement (SSE) wuilaidl matrix effect Tnedian
SSE aglu9 -0.9804-1.003 Faegluinasivensu fie SSE Hoenin 10 (Yuanbo et al, 2013)
Jawsuansasgnilusvinazans acetonitrile Lilea3s calibration curve TumsvuIuaens

ANA9lufIBE19 9 SSE aunsamulnlaaInaunisaad

slope matrix match calibration

SSE =
slope standard calibration in solvent

VAFBY range/linearity ¥a935IATIEINUIRE WY 0.005-0.5 mg/kg
VAU accuracy WMBUIEAININ % recovery Wudtegluyie 93-104 uag precision d % RSD
agluy9 2-9 FATIERETHYANATY methoxyfenozide, tebufenozide wae chromafenozide
Iuﬁﬂﬁﬁfwumﬂadﬁ\laqa 1 LOQ winfu 0.005, 0.01 wag 0.01 mg/kg wagd LOD iy 0.001,

0.002 wag 0.003 mg/kg MUAIAU

1.6 AISWAILILAZATIEBUANUTTLAVD9ISAATITEITNEANA19YaasHastinndn
(flonicamid) wazeansaynus Tunensznauns drgmataaadalasunlnnsi-unaaalnswns/
puaaEUAINsUn3 (LC-MS/MS)

1.6.1 ﬂﬂ’]’)%ﬂ'ﬁﬁﬁmumaﬂlﬁ%‘@ﬂ LC-MS/MS

UFuan1nemsaivesiazes LC-MS/MS ilensaavnisiinsesiansandng
Y99&15 flonicamid uazansauWLsAB TENA waz TANG wunauidudunss (linearity) vans
ATaliniansaraansgullufaitazats acetonitrile 7 0.005 - 0.10 pg/mlL ATMENTTLALS
Wdunsailen R2 > 0.990 Frinuinausigeniu flonicamid wavansoysiug TFNA uag TFNG i retention

1%

time A9l 0.96, 1.21 #a 1.33 U191 MUEIAU LANIILVDIATDINIL

LC-MS/MS Agilent 1100 series

Column Agilent Eclipse Plus C18, 4.6 x 75 mm, 1.8 ym
Condition Post run : 1 min, Temperature : 40 °c

Injection volume 2 pL

Mobile phase A : 0.1% formic acid in water (with 5% acetonitrile)

B : 0.1% formic acid in acetonitrile
MRM Precursor/Product lon Transitions ttag MS Condition

lon transition Polarity
Analyte
Precursor ion Product ion
flonicamid 249 203, 148, 98 Positive
TENA 230 203, 174, 148 Positive

FNX 192 148, 98 Positive




1.6.2 NSWAILNITIASIEN

VAdeUIENSANAfIE1IWAINI 2 35 Ao QUECHERS (EN15662, 2008) il

n13 clean-up WU % recovery agluye 42-93 uag QUECHERS (EN15662, 2008) 3in15 clean-up

WU % recovery 9gluyae 10-104 ¥NSUTUTTUATIEN QUEChERS (EN15662, 2008) T3idinns
clean-up uazld 1 % V/V w84 formic acid Tu acetonitrile Tun1sainsiioens wui % recovery

agluyae 79-105 wawtdenuvinisnsvaeuaulilivesds

1.6.3 msnsvaesuauldlaiveisiiaTzi

a579aaUANlYlAveaIsAAT1EY (QUECHERS (EN15662, 2008) laifinng
clean-up wagld 1 % V/V w84 formic acid Tu acetonitrile Tunisadnsiions nagauludiaeig
eI uaalyl LaslAunigyu nan1svagey matrix effect lneluSeuiieuriauddl (slope) ved
nymifnnanssIuedealusvinazany acetonitrile wazanTNASEIUTLARELAN
asazaneflatinaIndiegna wuinans flonicamid uaz TFNA Tuwausguil % matrix effect > 20
dauumanuasuAdlunUIng % matrix effect Tugaa 17 @sundeuliifinasionsnaaouiie
% matrix effect < 20 ) @1 accuracy naaeulueguaNI Aiszauainududu 0.01, 0.02,
0.05 waz 0.1 mg/kg WUINHAY % recovery agluyae 98-107 naapuiYen15ldeu 0.005-0.1
mg/kg d@UN15NAGBY accuracy TufiguadluuaziAunIgy 71 0.01 mg/kg Wugndl % recovery
oeluting 75 119 uag % RSD aglur1s 5.6 - 9.2 Bwruinassiveniu A1 LOQ uaz LOD ¥83ans

flonicamid  wagansoyiusluivnszNawnaiany 0.01 uag 0.005 mg/kg AUAIGU

1.7 ANSWAILILAZN5280UAMN MY IAVD9I5ATITAE1TNEANAIS 2,4-7 (2,4-D)

waziduTAe (MCPA) Tuseyiiy

1.71 amwmiﬁwmmaqméaﬂ LC-MS/MS

Instrument Agilent Technologies 6464 Triple Quad
Column Kinetex 2.6 um XB C18 100 A 100X21 mm.
Injection Volume 5 uL

Flow Rate 0.4 mL/min

Column Temperature 40 °C

MS QQQ Condition MRM ESI+Agilent Jet Sream EMV 300
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Eluent A : 0.01% acetic acid in water (with 5% acetonitrile)

B : 0.01% acetic acid in acetonitrile

MS/MS
Analyte Precusor lon Product lon Polarity
2,4-D 219 125, 161, 163 Negative
MCPA 201 141, 143 Negative

1.7.2 MSNAAUITIATIEN

WiguWeuisnisania 2,4-D uway MCPA Tudiegdgnines 3 38 lawA3s
ethyl acetate extraction (Pihlstrom et al., 2007) 38 QUEChERS(EN 15622, 2008) uag
Acidified QUEChERS (EURL-SRM, 2015) 71 0.01 mg/kg (n=8) WUINNIBH % recovery WU
gausuAoagluYIe 70-120 wag % RSD < 20 (SANCO,2013) usi3s acidified QUECHERS (A-
QUECHERS) 1% % recovery 1a@sfigandn fe 93-107:dwdn 2 35 aglutis 72-78 Fadenis
Acidified QUEChERS Tunisnaaeuanulilauesisinmeiluiiegedy ity Ingldgninesuay
Fuvdeadusyfiviuny

1.7.3 nsas19dauanuldlavesisiasis

19738 Acidified QUEChERS (EURL-SRM, 2015) Tun1sms7a3tas1evisegna
gnifiesuazimAes HanaMAdBY matrix effect TneiUSsuiiieu slope w4 calibration curve
yosansmsgIuinisluacetonitrile fuasAsgIuvieluamsazanefegaiiaindneds
Acidified QUECHERS Inefinausin1580u3ued matrix effect < 10% (NATA, 2018) Wu31 MCPA
Tuiognadamaedii matrix effect (%) winiu 77 wanthuliny matrix effect @y range/linearity
Y09 NAEaUTENTIY 0.005- 1.0 me/kg HAN coefficient of determination (R?) > 0.995 A%
NAEDU accuracy i 0.01, 0.10 W@z 0.50 mg/kg (N=8) WU % recovery agﬁlu%"m 89-119 uay
precision #fn HORRAT 8g/luga 0.0009-0.019 agluinausiniseauiune % recovery aglud
70-120% wag HORRAT < 2 @1 LOD wag LOQ AU 0.005 way 0.010 mg/kg AUaeU

1.8 ANSWAILILAZATIVFBUAMUIYIAVBIISAIATITIE1TNEANA190LiNT1 (amitraz)
wazayWusTunaN
1.8.1 @N112N159N9UBATD LC-MS/MS

LC-MS/MS: Agilent 1200 HPLC wag Agilent 6410 Triple Quadrupole LC/MS-MS



Column : Synergi fusion-RP18 2.0 um, 100 mm x 5 mm
Temperature : 30 °C
Injection volume : 2 pL
Mobile phase  : A :5mM ammonium formate in water + 0.01% formic acid
B : Acetonitrile
Run time: 15 min
Mass parameters :

lon source . ESI (positive)

Source parameters : Gas Temp 325°C

Gas Flow 10 L/min
Nebulizer 60 psi
Capillary 4500 V (Positive mode

MS/MS:
Compound name RT (min) Precursor ion Product ion
amitraz 7.215 292.2 1221
DMPF 3.991 294.2 117.0

1.8.2 NMSNAAUITIATIEN

WIguiBUIsNIsaiafMeg 1INsNIUAAY 3 35 LauA 35 Original
QUEChERS (Anastassiades et al., 2003):35 EN QUEChERS (Anastassiades et al., 2008) waz3s
ethyl acetate extraction (EURL=FV, 2010) Tnenaaeuil 0.01 mg/kg (N=7) ANNANIIANYINUIY
75 ethyl acetate extraction (EURL-FV, 2010) @115095997LAS1¥%@NS amitraz talagdl %
recovery Wauwiiu 86 4w DMPF lalinunamisansy uazds EN QUEChERS a131509579
A4A5139a5 DMPE Llmedl 9% recovery ademiniu 85 dau amitraz liikunasisensu

1.8.3 NM1snsvaauAulYleveIsiAs1zu

ns1adeuaUlYlaveisiasgians amitraz lngldis ethyl acetate
VYaa

extraction (EURL-FV, 2010) wagitasisians DMPF 1agld3s EN QUEChERS (Anatastassiades,et

al,, 2008) Tusag1ansnIumndwarnsnaus tagldimada LC-MS/MS

ANSNAEBU Matrix effect IAgLUSIUIBUAIMUTUINNAUNITLEUANTIVDY
A v o L. Y] A PN
asunsgunwsenludivinazane acetonitrile (solvent) Auansunsguiwiedluansasansi
ANMANNAIDLIINSNIUAN (Matrix) WU amitraz kag DMPF 9A1 % RPD iU 113.9 way 12.6
MINAITU AITTU matrix TNasianT15nsI9IATI8I Fepunssnasuinsguluaisazale matrix

drun1Imeasu specificity/selectivity WUIYRHINIUATLAILAZNINLIUAT UANTUNIZLIZA
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Tumsnsiaialagbifiansludeg1ssunIun1snsIainse @i1u range/linearity WuINIsIATIZN
figaansldauit 0.01-0.5 me/ke A1 r > 0.995 nsNAReEU accuracy 7 0.01, 0.1 wag 0.5 me/ke
(n=10) WU % recovery ag/luya 75-105 {A1 % RSD agflugae 1.8 -11.91 A1 LOD uag LOQ

WU 0.005 kag 0.01 mg/kg AMAIAY

1.9 mMsnauazasIvdauaultlivuasizinsziasiennaengy triazole Tufu
1.9.1 an19gn13v9UveLATEY GC

a13naul triazole 4 wiin lauA tetraconazole, hexaconazole,
propiconazole @z difenoconazole @11NsaRTITIAT RIS AalATLlASNS T
(Gas Chromatograph; GC) fifvnsiatauin Electron Capture detector (ECD) #3®-Nitrogen-
phosphorus detector (NPD) 1nnnsvadeunuinn1snsandiasievisiewnies GC- ECD lidyanay

#An311A383 GC-NPD Inglden signal/noise ratio g4n31 Fudenldiaios GC-ECD lumsnsia

[y

Apszvsely F9En1zNIYINNUYRUATY GC 1uﬂ1i3Lﬂiﬂzﬁaﬂsﬂa:u triazole el

Inlet temperature : 260 °C

Injection volume : 1 yL

Detector : MECD

Detector temperature : 300 °C

Column : DB-5ms, 30 m x 0.25 mm x 0.25 um
Carrier gas : He, make up N2 58.8 mL/min

Flow rate : 1.5 mL/min

Run time : 41.00 min

msnaaeuANuudunsveIEsIInsEIuLay Yl (inearity) Ingadng
calibration curve+i 6 szfUAMUITATY F91501AN correlation coefficient () > 0.995 @931nKa
nsvadoy WUITETe 4 dedtasarunudunssoglurag 001 - 2,50 pe/mL fan r agludag
0.997-0.999

6

1.9.2 MSNAILIITNNTNTIVIATE

ATINATIBNNGY triazole 4 viin Tusegnsiunsie lagiuTouiieuisnis

o

arin 333 16 339 1 In house method TM-T04-102 (BBnsnsITATEiRUYeINg AT Iani
N154nuA3) 339 2 In house method TM-T04-102) uae clean up #38 SPE w17 3 mL uag3sd 3
afingy acetonitrile Uag clean up Me SPE ¥u1A 3 mL Wui1 % recovery vasizaglugie 127-
170, 38-65 Wag 35-60 AUEU FUdNIFN 2 uardsi 3 wmeaeulneUSUNIS clean up

970 SPE 119 3 mL 0 SPE 919 6 mL Nan1sMAaeInui1 % recovery Vivaadizogluwnaei



Nweusulamsaglutig 70 -120 308075789 3 Feanneie acetonitrile war clean up ¢8 SPE
dn5a3Urwn 6 mL lunmsfinuAusdeduldun Aunsie Ausin waghumies nansnAgounyI

% recovery aglutie 81-100 , 88- 105 Uag 78-99 AUAGY Fernunasiveuy

1.9.3 nsas19aauAnuldlavasisiasIv

nsnadeunulelavesisnisainnig acetonitrile Waz clean up Mg
SPE é"]ﬁﬁ]gﬂsumm 6 mL TuRAunse nan1snageu range/linearity Tu fortified sample 7 56U
ANULLTY NUIYINMTIENUYRTITIATIEENT tetraconazole uag hexaconazole agludag
0.005-0.36 me/kg @13 propiconazole agﬂuszj'm 0.01-0.75 mg/kg Way difenoconazole agwlmhﬂ
0.01-0.92 mg/kg lawilAn correlation of determination (R?) > 0.995 @1u accuracy Nn@eU 4
srAuANILTNTLLLNYIe 0.010 - 0.026 mg/kg (n=7) Wu31 % recovery agluang. 82-113 G?fqag”l,u
nauieasuRoegluYIe 70-120 (SANTE/12682, 2019) wag precision #/% RSD Tuts 4-12 o
NINUNEONTUAD 22% (AOAC, 2016) N1svndeu LOD uag LOQ Tuiunse Ausiutunsy
wazAuwilen wuinAl LOD 984 tetraconazole Wag hexaconazole winfiu 0.005 mg/kg @19
propiconazole Way difenoconazole WU 0.010, uag-0.013 mg/kg mua1du lnadl S/N Ratio
> 3 (INUNN1588NSU S/N Ratio > 3) LayA1 LOQ ¥84 tetraconazole Wag hexaconazole Wiy
0.01 mg/kg @135 propiconazole Wag difenoconazole WU 0.02, kay 0.03 me/kg ALY
Taed S/N Ratio >10 (ngusin1seeusu S/N Ratio = 10) wagNan1sMeaaay accuracy finanududu

szaU LOQ vesiu 3 viinegluinniuausy

1.10 mswatazasidauauldldvesisinssidasiennaevesdsitdn

uuasnguuuledagise. (benzoylurea) Tunialdinssdematia LC-MS/MS

1:10.1 @n172M1S9N9UTDLATEY LC-MS/MS
m’sﬁﬁm’i’]zﬁmiﬂ&ju benzoylurea 5 wila lawA diftubenzuron,
triflumuron, triflumuron, lufenuron wag flufenoxuron AaEMALRA LC-MS/MS ANULUTUTI UL

0.01 - 0.2 pg/mL NRAMNENRUSITLEURTIALdA1 R2> 0.990) HdN1I2NA1TYINUYBUATOINI

LC-MS/MS: Agilent 1200 HPLC W& Agilent 6410 Triple Quadrupole LC/MS-MS

Column: Kinetex XB-C18, 100 mm X 2.1 mm of Internal diameter (particle size 2.6 ym)

Mobile phase : A ;5 mM (NHg) HCO, 0.01% HCO,H in water
Mobile phase : B ; acetonitrile
Run time ;12 min

Mass parameters :

Pesticide name  Retention time (min)  Precursor ion Product ion
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diflubenzuron 2.52 311 141, 158
triftumuron 3.29 359 139, 156
teflubenzuron 3.98 381 141, 158
lufenuron 4.93 511 141, 158
flufenoxuron 5.35 489 141, 158

1.10.2 NSVAAUITIASIEY

Wisuiieuiinisadnsiegromoldiise 2 35 Téud 33 QUEChERS (EN
15662, 2008) Wz SweEt method (EURL-FV, 2010) finnadudiludaesns 0.02 me/ke (n=10)
WU % recovery Uo438 QUEChERS aglutie 86-97 @118 Swekt method aglutig 28-52
988035 QUECHhERS (EN 15662, 2008) Tuns@nwwaznsiaasuainuldlauesisimsieu

AnwamumnzauvesUsua GCB lutunsunisudnaadouuluiodn
USuad 50, 25, 15 war 5 me innnududulusiegns 0.1 me/ke (n= 2)Wui1 GCB 15 mg
i % recovery aglunasisausuila 70-120 driuiadenlds QUECHERS uazvindadovu
Tufeg1emay GCB 15 mg Tun1sasiaaeuanulslauesisiasiei

1.10.3 n1snsaasuAuldleveifiwsien

n31vaeuAUlElavadIsingIsviasngu benzoylurea 5 winly
wisliSadewaia LC-MS/MS 1438n15ain QUECKERS (EN 15662, 2008) uazinisvdnduiouu
Tuiog1adae GCB 15 me Sinasell

N3N matrix effect lnetU3euLiieu slope MNENATEUNTIVDS
asmsguieiedlufviazate acetonitrile (solvent) wariwivaluasazaefiaingin
shetnaieliiSaarng i35 QUEChERS thandual % Matrix effect wuindl % ME ogllutas
4 74 -10 wanelifinansznuandndouulufieg1a(% ME < 20) wui range/linearity 48933
Wnsvieglugag 0.02 - 0.2 me/kg dunisAne accuracy Anw 5 seAuATNTY Tugas
0.02-0.2 mg/kg (n'= 10) WudnlviAn % recovery agllurae 83 - 105 uawilein % RSD agluy
2.04 - 8.52 §iA1 LOD wag LOQ winfu 0.01 tay 0.02 mg/kg ALEIAU

MsAn1 Intra-laboratory reproducibility fieuidiudu 0.02 - 0.2
mg/kg WuUI1 % RSD agfluyae 3.0 - 11.4 daumiﬁﬂmmﬂ%mwﬁqmﬁLﬂ%'m LC-MS/MS @115
ATIAATIBALA NUIEINGN benzoylurea 5 il Tenegluyae 0.05 - 0.17 ng warn13An¥IAIY
Nuvedisinzifianududuvesanslugiegis 0.02, 0.10 way 0.20 me/ke tnefinmsusuudsy
USunsnsdaansiduados LOMS/MS duust 5, 3 uag 7 uL wuinynuSanaslia % recovery

wag % RSD agluinaivausu
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o 14 ada a o w
1.11 ﬂ']iWW‘H']LLazﬁlﬁ’J‘i}ﬂaUﬂ’J']Sﬂ%‘lﬂ‘U'ﬂ\‘nﬁ’JLﬂ573%&15Wﬂﬂﬂﬁ’1\1%9\1ﬁ75ﬂ']ﬁ]ﬂ

Junudalwsuun-laneu (bispyribac-sodium) du1wfin (imazapic) IWUALINIAY

(pendimethalin) wazianwzdluu (hexazinone) Tuseyny

1.11.1 ?lﬂ’]’.}%ﬂ’ﬁﬁﬁﬁu‘lla\il,ﬂ%‘laﬂ LC-MS/MS

Column : Kinetex YMC pack pro C18, 150 x 4.6 mm., 3 ym

Mobile phase A : 5mM ammonium acetate+0.01%formic acid in water

B : acetonitrile
Inject volume  : 5 pL
Flow rate : 0.4 mL/min
Mass parameters

lonization mode : ESI

Polarity . Positive

Scan type : MRM

Resolution Q1,03

Gas flow ;11 L/min

Nebulizer o 15 psi

Temperature . 300.°C

Capillary : 4000V

MS/MS
Pesticide name RT (min) Precursor ion  Product ion  Polarity

bispyribac-sodium 4.15 453 119,297  Positive
imazapic 2.5 276 163, 231 Positive
hexazinone 3.46 253 71,171 Positive
pendimethalin 6.2 282 194, 212 Positive

1.11.2 NMSNAEBUITATIEN

NAABUIDUATIZVEITNEANA bispyribac-sodium, imazapic,

pendimethalin Wag hexazinone luduudos lagldmaila LC-MS/MS aindieg19nieis

QUEChERS-one-step extraction /cleanup W3suiflsuiinisvdndsundeu 4 35 Tud (1)

130919570813 (2) PSA (3) C18 uaw (@) MgSO, wuinnsld PSA Tirdesaznsnduiufinin3sou

1.11.3 n1ses9aaumultlavelsins1zn
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n519aUANTGlAY0938 QUEChERS-one-step extraction /cleanup
wazadndsludousie PSA Tnansaadinsnest fortified sample @13 bispyribac-sodium,
imazapic, pendimethalin e hexazinone Tuduvdes wui range/linearity maﬁ%’immsﬁasﬂj
Tt 0.01-0.2 mg/kg A correlation coefficient > 0.995 Fsagluinasifivonsuls n1sfigal
accuracy Wu31 % recovery aglutig 69-118 uag precision e % RSD < 20 uaz HORRAT

TailAu 2 fAn LOD WAy 0.005 mg/kg ag LOQ infiu 0.01 mg/kg

1.12 ASWAILILAZATIAFUAMUTTLAVDY ATN1591522ATITHEITNEANAIIVD
Chiral Pesticides 6 vlia Tuuziing Inaldaaauiiniininuanizianzas numaialawes
Wosuuudaninlasunnnst-unuauunaaininsnsa (High Performance Liquid

Chromatography-Tandem Mass Spectrometry)

1.12.1 amwmiﬁﬂmumaﬁm%q LC-MS/MS

MII9IATIEI chiral pesticide 6 viin laln benalaxyl, difenoconazole,

fenamiphos, indoxacarb , paclobutrazol wag quizalofop-ethyl Iagldneduiniinuaniziaizas

MENATNA LC-MS/MS Td@n12¢n15vuua4A3oInall
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LC-MS/MS : Agilent 1200 HPLC g Agilent 6410 Triple Quadrupole
Column :Lux 5 um i-Amylose-1 (Amylase tris(3, 5-dimethylphenylcarbamate))
150 x 4.6 mm
Temperature : 25°C
Mobile phase : 2’mM ammonium acetate in water (A), ACN (B)
Flow rate : 0.45 mL/min

Injection volume : 2 pL
Run time 235 min

Mass parameters

lon source . ESI (positive)
Gas Temp : 250 °C
Gas Flow ;11 L/min
Nebulizer : 35 psi

Sheath Gas Heater : 300 °C
Sheath Gas Flow : 10 L/min

Capillary : 4000 V
MS/MS
Compound Retention Retention Resolution  Precursor Product

name time; (min) ~ Time, (min) (n=3) ion

ion
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benalaxyl 13.30 15.03 0.87+0.01 326.2
difenoconaazole 22.43 23.87 0.62+0.01 406.1
fenamiphos 11.15 13.55 1.06+0.05 304.1
indoxacarb 22.69 24.33 0.95+0.08 528.1
paclobutrazol 9.26 12.87 1.91+0.08 294.1
quizalofop-ethyl 28.21 30.11 0.77+0.08 373.1

91.1, 148.1, 294.1
188, 251, 337
202, 217.1, 234
150, 190, 218.2
70.1, 89.1, 125.2
91.1,271.2, 299.1

1.12.2 N1SVA@eUIBIATIZY
Wisuisuidhasgilumegiauziag 2 35 1ain QUECHERS (EN
15662, 2008) uae ethyl acetate (EURL-FV, 2010) Wu3135 QUEChERS 31 % recovery aglugas
75-101 Wag % RSD Tutae 1-4 ?faagﬂumm%aau%’u D 70-120 wag % RSD < 20°@1u35 ethyl
acetate i recovery aglutas 49-104 uaz % RSD Tuta 1-14 frdu3aidenld8 QUEChERS

Tunsesraaeuaultlauedisimseh

1.12.3 nsasageunuldlaesisiinszi

nInTvaeuANlglavesidiATIes ds chiral pesticide 6 wiin Tu
uzthedaemala LC-MS/MS 1938nsafnuuy QUECHERS (EN 15662, 2008) finan1snaaasisl

nsnageu specificity/selectivity wuin LC-MS/MS iJuwmaiinnis
maﬁmﬁwﬁﬁﬁmmLawmmzmqa Tifnssunmuanansulusegdunsiinset dw
matrix effect Inan15.U3eULiiBU slope ¥09n3aW standard calibration in solvent iU matrix-
matched calibration wagiludtas1esi signal suppression/ enhancement (SSE) Wuin % SSE
284 chiral pesticides 114 6 iineglugag 0.83-1 Fanamisensulaiiu 10% (Xinzhong, et al,
2014) u@nI1 matrix ANAFONITNTIIATILATIUTUUYO chiral pesticides W1 6 wila wui
BAaseniivnenslden-0.005 -10.0 me/kg NINAROU accuracy MaEaU 7 11 seuAIL
Wty Tt 0.005-10.0'me/ke (n>8) Tnenaaauaududuay 2-3 51/5u lutas 3 Weu wui
11 9% recovery 9¢/luY31 80-103 Uar % RSD ogluyae 1-11% ovegeuilen LOQ uay LOD

WNAU 0.005 ag 0.002 mg/kg ANUAIAY

1.13 mswatazasadauanuldlduesisdmsziaisnennaisinamulnuse
(tolfenpyrad) waziiyiulnuse (tebufenpyrad) Tunziwawma lnswmadalawesnasuuud
andnlasulnnsW-unueuunaadnlnsnsad (High Performance Liquid
Chromatography-Tandem Mass Spectrometry)

1.13.1 amazmsﬁwmmaﬂm%a LC-MS/MS

LC condition
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Agilent 6410 Triple Quad LC/MS, Agilent 1290 HPLC

HPLC Column : Kinetex 2.6um XB-C18 100A° LC column 100 x 2.1 mm.
Mobile phase :A; 5 mM ammonium formate + 0.1% formic acid in water
Mobile phase : B ; acetonitrile

Flow rate : 0.30 mL/min

Total run time : 14.00 min
MS condition

Positive mode

Gas temp : 350°C
Gas flow 2 12 L/min
Nebulizer : 60 psi
Capillary ;4000 v
MS/MS
Compound Precursor ion Product. ion
tolfenpyrad 384.15 171.1,197.1
tebufenpyrad 334.17 145.1, 117.0

1.13.2 AMSNAAUITIATIZN

Wguguisn1sane lusaegauzilawma 2 35 lawn3s EN QUEChERS
(Anastassiades et al., 2008) way Swekt method (EURL-FV, 2010) ﬁﬂ’s’mvﬁwﬁu 0.01 mg/kg
WU % recovery 35 EN QUECKERS 8gluting 79-95 uag Swekt method aglutis 62-70

JuFeNaNAN835 EN QUEChERS Tunnsasiaasuanulalavuaaisimsiz
1.13.3 Asasnadaumuldleveisiwsei

A519aUANLTlAT093AT 1% EN QUEChERS (Anastassiades et
al., 2008) @5 tolfenpyrad uag tebufenpyrad Tufeg1auzilome WUINIBATILILLTIINTT
Tgaueglurng 0.005-0.2 me/kg dein coefficient of determination (R?)> 0.995 HANSANY
matrix effect lusagausilowme WinuazuziUaiUs1e Wuil % matrix effect agluyas 0.16 -
155 wanaindstuiloulusetcliitnanensnsiaiingnzst (% matrix effect < 10%) (NATA,
2018) M3VAEaU accuracy Tuiegausdomea fanududulugiegis 5 seaulugas 0.005-0.2
mg/kg (N=8) WU IULNUTNNITEONSUAD % recovery Tuaiag 70-120 uag % RSD < 20 013
nAdoU accuracy finnududulusiegna 0.01 me/ke lusegandnuazusdowsns wuii %
recovery a8y % RSD HIULNMINITEON5U I57LAT189ENT tolfenpyrad Way tebufenpyrad Tu

FpE1aNzIWoINA WINLarUzLUBIUT1ZdA1 LOD Way LOQ WAy 0.005 wag 0.01 me/kg U@
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1.14 n1sasavdaunaldldvediinis QUEChERS ieldlunisasiaiiase
darsnuanasluninuaznald Tneldufalasunlnns-wuaauninsues/wuagaunInsuns
(Gas Chromatography-Mass Spectrometry /Mass Spectrometry)

1.16.1 a0eM57UTeaaSe GC-MS/MS

ATRIATIERE TRwAnAluNEaransnsinenslag gtz iag
ushunuvesmalifluiunasaaslsilavsunaios nefinwians bromfenvinfos-methyl,
bromfenvinphos, bromophos-ethyl, bromophos-methyl, carbophenothion, chlorfenvinphos,
chlorthiophos, coumaphos, edifenphos, ethion, fenamiphos, fenchlorphos, fenthion,
iodofenphos, leptophos, malathion, methacrifos, profenofos, prothiofos, sulfotep, sulprofos,
tebufos, tetrachlorvinfos wag tolclofos-methyl lagltinaiian GC-MS/MS @n12€n159n91uUe9
wdeasiel

Gas Chromatography

Column: Agilent J&W DB-5ms, 300m x 0.25 mm, 0.25 um

Inlet: Split/Splitless

Inlet liner: Splitless, single taper, Ultra Inert liner with glass wool
Carrier: Helium

Inlet pressure: 36 psi (constant pressure mode)

Inlet temp: 280:°C

Inj vol: 1 pL

Purge flow to split vent: 30 mL/min at 0.75 min

Gas saver: On (20 mL/min at 2.0 min)

Capillary flow: Back flushing and retention gap

Retention time locking:  Chlorpyrifos-methyl locked at 16.593 min

Mass Spectrometer

Spectrometer: Triple Quadrupole
Mode: Electron Impact
Transfer line temp: 280 °C

Solvent delay: 2.3 min

Source temp: 300 °C

Quadrupole temp: Q1 and Q2 = 180 °C

1.14.2 n1snsvasuAuldleveisiwsne

36
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AnNAANBE19LZI99 835 QUECHERS (Anastassiades et al., 2003)
HANNS@OU accuracy 91 0.01, 0.1 Wag 0.5 mg/kg WU % recovery ¥a935nTIa AT IEVRg WY

70-118 WALIDNITNTINIATIZNULAT % RSD < 20

1.15 nmswmunaznsdvsauadldldveisinseiasiunnAsvasansngy
a3n1lunadann (organophosphate) aa3n1lunAas3u (organochlorine) lwinsoon
(pyrethroid) A15uUnLun (carbamate) wazlnsazd@u (triazine) Tuitiouan

1.15.1 angmsinaueseses GC
1) @150y organophosphate
nadovuans 19 vila lan diazinon, pirimiphos methyl, chlorpyrifos,
parathion methyl, malathion, methidathion, profenofos, ethion, triazophos Lag EPN Janny
AsuTeLASes GC fail

Column : DB-5, 30 m length x 0.25 mm id. x:0.25 um film thickness

Detector : FPD
Injection mode  : Splitless
Temperature . Injector 230°¢,
Detector 250 ~C
Carrier gas : Helium, flow rate 1.4 mL/min
Ignite gas : Hydrogen 150 mL/min

Air 110 mL/min
Injection volume : 1 L,
Run time :46.60 min
2) miﬂq'm organochlorine Wag pyrethroid

g13nau organochlorine Nadauans 16 wia oA a-BHC, y-BHC,
heptachlor, aldrin, heptachlor epoxide, o,p' -DDE, a-endosulfan, p,p' -DDE, dieldrin, o,p" -
TDE, endrin, o,p'~DDT, p,p' -TDE, B-endosulfan, p,p' -DDT Wag endosulfan sulfate Wazas
ﬂﬁjm pyrethroid na@euals 4 vila lawn bifenthrin, permethrin, cypermethrin uag fenvalerate
flanmymsvhouweunios GC fai

Column : DB-1701, 30 m length x 0.32 mm id. x 0.25 um film thickness

Detector : MECD
Injection mode  : Splitless
Temperature : Injector 230°C
Detector 300°C
Carrier : Helium, flow rate 1.4 mL/min

Injection volume : 1 plL

Run time : 49 min
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3) #15ngY carbamate Uag triazine
nau carbamate nadeuaTs 2 ¥l loun carbofuran wae
promecarb ﬂzj:u triazine Na@aUa1T 3 YA leud ametryn, atrazine Wag metribuzin @0178N13
¥eureueses GC fil

Column  : DB-35, 30 m length x 0.25 mm id. x 0.25 um film thickness

Detector : NPD,
Injection mode  : Pulsed splitless
Temperature . Injector 230°C,

Detector 300 °C
Carrier gas : Helium, flow rate 1.4 mL/min
Ignite gas : Hydrogen 2 mL/min

Air 120 mL/min
Injection volume : 1 pL

Run time 1 26.5 min

1.15.2 MSWAILIIDATIEN

NAFUITNANAa1SNAY organophosphate Tusheghailevanila 4
3 16w 337 1 In house method TM-T04-102 based on AOAC (1995) 970.52 357 2 In house
method TM-T04-102 based on AOAC (1995).970.52 sufuLvAila freezing out 3 3 Solid
Phase Extraction (SPE) based on Sun et-al. (2000) 337 4 Solid Phase Extraction (SPE) ;
commercial kits from Agilent Technologies co., Ltd. WU3137 3 SPE based on Sun et al.
(2000) 1¥iFn % recovery 131285% 3udenldi37 3 dwsunsdnw lnefnwuSunsansiad
acetonitrile #ildafafa 70, 90, 100,150 way 200 mL NaNIINABY WUI % recovery gy
naigauTUNNUSHINS edeUIBanafufegeUaveu (Channa striata) waguainn (Clarias

batrachus) Wu1i1 % recovery agﬂumm%aau%’u

NAFUITNTANAE13NY organochlorine wag pyrethroid Tuilevania
TnenaaeuAsasilofldaia 3 wia lawn shaker, ultrasonic sonicator wag homogenizer WU
mMsaftnfeg1ee acetonitrile U3u1ms 50 mL Tneldip3es homogenizer Wi 1 widl
31 % recovery 82-110 naaauriinaisiifldadaléun dichloromethane, ethyl acetate
uay hexane Tngldia3as homogenizer WU31 % recovery 2g/luy39 55-109 Fansld acetonitrile
Tnansnageuiinnd 9138015714 acetonitrile waz homogenizer vadaUfuFIBE1S

\Wedann Yaweu Uanane Yamsiieuiavuaingns wui1 % recovery aglunasigausy

1.15.3 as1vaaumnuldlaveisimsnz
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avivdeuauldldveuesitnaaeuiiusuands sun et al. (2000)
Tnensafindaognailavan fe acetonitrile 19iA%es Homogenizer waziindsUuiloudne
SPE wilm C18 wag Florisil lun15ms133LAsIewiansngu organophosphate, organochlorine,
pyrethroid, carbamate Wa¥ triazine WUITISIATIwTvIan15 9T 0.01-0.20, 0.003-0.05,
0.02-0.50, 0.02-0.20 Ua¥ 0.02-0.20 mg/kg MMEINU A1 LOQ 815 5 nauegluyas 0.003-
0.02 mg/kg wag LOD aglutie 0.0005-0.005 mg/kg @msunsnagaeu accuracy WUl

% recovery kag % RSD HIUNMIIERNTUNNANIINTUTIVIAGOU

1.16 nswauIkazasvdeuadlfldvesisiasieiansiuandievasaand-
Wgaasinu (oxyfluorfen) Tw3atuu (pyridaben) lailulaunlaa (difenoconazole)
aaaslnsnad (chlorpyrifos) waudn- leglansu (L-cyhalothrin) aaasiluunas
(chlorfenapyr) lwin-leglansu (beta-cyfluthrin) waztWulwswaniy (fenpropathrin)
Tunguiteifiviananings (High water content) uazsngufisfiduSuaanudunsauaziings

(High acid and high water content)
1.16.1 amazmsﬁﬂmusuam%"m GC-MS/MS

GC-MS/MS : Agilent Technologies ,7890A Mass Spectrometry, 7000 Triple
Quadrupole
Column : HP-5MS"; 15 m 0.25 mm id. 0.25um film thickness
carrier gas: He 1.2 mL/min
MSD Transfer line : 280 °C
Inlet temperature : 280 °C
Injection volume : 2 pl
Oven temperature : 60° C (Imin) 80 © C / min 170 © C (Omin) 10 © C/min
310 ° C (3 min)

MS/MS

Pesticide Name Retention Quantitative Quialitative

time (min) Precursor  Product Precursor 1 Product 1 Precursor 2 Product 2

ion ion ion ion jon jon

beta-cyfluthrin 16.54 226.9 76.9 198.9 170 162.9 90.9, 127.0
chlorfenapyr 12.03 327.8 246.8 246.9 227.0 136.9 75.0, 102.0
chlorpyrifos 9.95 313.8 285.8 196.9 169.0 313.8 258
difenoconazole 18.05 324.8 266.8 264.9 202.0, 139.0 324.8 264.9
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fenpropathrin 14.25 264.9 210 125.0 55.1 181.1 152.1

lamda-cyhalothrin 15.01 208 181 181.1 152.0 197.0 141.0, 161.0
oxyfluorfen 11.82 361 299.8 299.9 222.8 2520 146.0, 196.0
pyridaben 16.03 147.2 132.2 132.1 117.1 147.2 105.1, 1171

1.16.2 m3nsavdauauldlaveisianei

1935 ethyl acetate extraction (EURL-FV, 2010) AS393LA12%92¢
wmAlla GC-MS/MS 14 matrix-matched calibration standards lun15as3931A5189% Hanns
NAFOUNIE

1) fMvdrauzlleamAlazinnInveu Nageuas 6 ¥ia laun
chlorpyrifos, oxyfluorfen, L-cyhalothrin, chlorfenapyr, pyridaben wag fenpropathrin #Wua1
fig9n914970 0.005-0.1 me/ke d@au accuracy Madauil 0.005, 0.01, 0.02:0.05 wag 0.1 ma/ke
WUl % recovery aglurig 70-120 wag % RSD < 20 wazdldA1 LOQ infiu 0.005 mg/kg
2) sag ey way 13 naaeuans 8 wia louA chlorpyrifos,
oxyfluorfen, L-cyhalothrin, chlorfenapyr, fenpropathrin, pyridaben, cyfluthrin Lag
difenoconazole WuHY19n5189U Tuws 0.005-0.1 meskg @Iu accuracy HIULNTEDNSU
way LOQ agluyae 0.005 -0.02 mg/kg
1.16.3 WiguWgUNanadousEnIwiUg UAnTs

Wuas oxyfluorfen pyridaben, chlorpyrifos, L-cyhalothrin,
chlorfenapyr, beta-cyfluthrin, difenocénazole kaz fenpropathrin Tushegsuzideme fisziu
anudady 0.05 me/kg naseusdfuieoaturesnegis Tnensiadinszeigieds ethyl
acetate waziadln GC-MS/MS nanisUszfiunuindhethsdmnunduilewentu

Wisuigunanaaausening 2 Meslfusnis lnensaadnsgiansiy
ANANNAILT0 ethyl acetate tazinAlln GC-MS/MS Ton1suseidiuaiy t-Test wuandlans
fenpropathrin, L-cyhalothrin wag pyridaben FTAN et < b creal WAPSIINANISNAGDUTEAIN
o fuRnslaifimnuunnsefissfuannudediu 95 % @ difenoconazole laiannsaUsuidiu

v A v o
nsnaaeulatilesanliien % recovery MmN

1.17 AsWaILNISHaznsgaunultlavesdsimsiziaisnennatsluusilome
fuuazaziin #1835 Ethyl Acetate Method Tagldnisiaaraufalasulnasid-unuiau

unaanlnsnsa (Gas Chromatography with Tandem Mass Spectrometric Detection)

1.17.1 @NMEMIYNNUYDNATEY GC-MS/MS
nsavlanazUTinuaslesiumdndngiiy 91U 162 ¥ila Town

pyrethroid 47UU 26 ¥iln organophosphate 31UU 41 ¥iA organonitrogen 31U 59 il
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organochlorine 914U 29 %ila Waz herbicide methyl ester 911U 7 vila lasdani1izns

[

ﬁwmmaamém GC-MS/MS Gm“:

GC-MS/MS : Agilent Technology 7890A Series Tandem Mass: Agilent 7000B Series

GC Parameter
Column
Inlet temperature
Oven temperature
Carrier gas
Gas flow
Injection volume
Total run time
MS/MS Parameter
Collision gas
Solvent Delay
Mode
Transfer line temp

Source temperature

: HP-5ms Ul 15m x 0.25 mm x 0.25 um
: 280 °C ,Splitless mode
: Initial temp. 60 °C
: Helium
: 1 mL/min (Constant flow)
22l
: 20.75 min

: Nitrogen

3.5 min

: Electron impact
: 280 °C

2300 °C

Quadrupole temperature : Q1 and Q2 = 180 oC

1.17.2 nsesiadauanuldlaveisimsen

nadavlutinuazualilesld Azt uz@owea wazdudunivdiunuale

% ethyl acetate method (EURL-FV,2010) 989%UIL9U The National Food Administration

(NFA) Uszina Swedeén Iaedesnesgna thmin 10+0.1 ¢ aslu centrifuge tube ¥u1m 50 me

\fisl ethyl acetate U595 20+0.1 mL 1@y NaHCO; 3 g wag Na,S0, 10 g uailunsia

TaszvvilauazUSunaasandsvesanslesiumdndngmeinsadasininnsn-uuaaunlng

fimes (GC-MS/MS) triple quadrupole Tngld matrix-matched calibration wieanieym

a1ssunuludiegns (matrix effects)

AU accuracy 7szAUANUITNTUIUAIDE1 0.01, 0.02, 0.04

Az 0.1 me/kg (n= 5) Wu3n % recovery Tugag 70-120 wag precision fiuseiiugae % RSD

fifin 0.67-19.90 WAy HORRAT fiAn 0.04-1.60 Feagluinausivensu Yramsldnuvesisiias

71 0.01-2.0 me/ke nafiAn correlation coefficients = 0.995 fiAn LOQ lug33 0.01-0.02 me/ke

wag LOD Tu29 0.005-0.01 mg/ke



42

1.18 NsANYINAVBIEITANAANNY (Matrix effect) 1%5UNN5ATIIIATIZH
d15 129 viln Turin wald #2875 QUECHERS waznsaaias1zvinlemaila High

Performance Liquid Chromatography- Tandem Mass Spectrometry

AnwmauaInIsaiaiiy (matrix effect) lngtauiguanuduanaunisidunss
993 standard in matrix Waz standard in solvent IngLnausisensuiian % Matrix effect diAtdasnii 10
wansrnudulifinnuuansiaiu (NATA, 2018) Aoliiiindesuniuaindiesns nageu matrix effect
a5 129 aialusegreinuaznalil Ineainaieg1s blank sample f875 QUEChERS WaznIIa
Anszvidematia LC-MS/MS wamsnageulufivsunudis 4 (mandarin) funuainngy
waldnseadu (citrus fruit) wudnansdiulvgldl matrix effect 12339 (mango) FuNUIINNGY
nalifindounasAnundeuiiudenuilaalild (assorted tropical and subtropical fruit : inedible
peel) wuransalng il matrix effect fansifivs 11 ¥8nfid matrix effect ‘uzidowma funu
PNnguEnuIinanaueniviieanaseNauns (fruiting vegetable, other than eucurbit) Wuinans
dndlvglaifl matrix effect flansifies 8 wilafisl matrix effect wagavti Fumuannguinly
(leafy vegetable) wudnansaquluafil matrix effect wavnzinsadunuannguitveayulng
(herb) wuansailvigiil matrix effect MnuansnaaatagUléin wielvinisnsaalinszsiid
USnauneansfiuandng 129 viin fiadmlagds QUECHERS warnsavlinsssidematin LC-
MS/MS SanugndpsusiugrdeddansuinsgwiieSenainaisazansfiogns (matrix) w3o

matrix matched calibration

1.19 msimunazasIvdeuauldlivasisnisnsindinneiaisiennang
nguAISUIA (carbamate) ag1esaniialuninlagldi5ind
1.19.1 anneiwinzaudmiunmsiiasgiamanguaniuiundeising
noagulumegranin lagedunisviujisenseninsansnguansuniun

Auansnslulagosliau (p-nitroaniline) (Chu and Fan, 2009) Tugnmgiuaiuingay d1msua
NIRANEULAY (absorbance) 71 Amax YIAINFUAITUINA T1U3U 4 wiinanT (carbofuran,

isoprocarb, propoxur wa fenobucarb) fewnafian13ind wuin A1 Amax oglugas 507-515
nm Uesiianganvesans 2.0 M NaOH TunsufATene 2.0 mL pH wifu 12.37 a5 0.05
% PNA U31195 1.0 mL pH wiifu 12.42 @15 0.2% NaNO, US11ns 0.5 mL pH wiifu 12.42

1.19.2 MegeunIsnN1sannsiieegig
nagouNsaiafog1sedhazats Auanseiu 6 via wuin
a15avany acetonitrile aXNsoainaNTRYANANNEY carbamate lowisngay @ calibration
curve AllunsmUTInuans wisuanmainasnesguadlusioisuazainnuisnisadin

9819
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1.19.3 msamadeummldlaveisinsgi
WunAANUFITUETuEURST (linearity) agluyae 0.50 - 8.00 meg/kg
A1 R? iy 0.999 (NauaiunsgIu > 0.995) wudndan LOD iy 0.01 me/kg ka1 LOQ

WU 0.5 mg/kg NSVAGDU accuracy WU % RSD way HORRAT HNuULNgigossy

1.20 n1sAALaBN d1358NRINNVALNUY (Representative Matrix) tNan15W1UINU

a v a ¢ o Yy v = o
mswvmnmﬂumimam Lﬂﬁ'WWLLU‘Ui'JﬁJI‘UNﬂLLﬁSNa‘lN ﬂ’)ﬂLﬂiaﬂLLﬂﬁIﬂiquﬂﬂiqw

1.20.1 amasmsﬁwmsuaqm%"m GC-MS/MS

aaasganstesiumindngiivuazeyiusdiwan 77 via laun
pyrethroid 471U21 30 ¥UA Wag organophosphorus MUY 47-%0a HEATIZN1TINUYBLATOI
GC-MS/MS #iail

GC-MS/MS : Agilent Technology 7890A Series-Tandem Mass: Agilent 7000B Series

GC Parameter

Column : HP-5ms Ul 15m x 0.25 mm x 0.25 pm
Inlet temperature » 280 °C ,Splitless mode

Oven temperature  initial temp. 60 °C

Carrier gas : Helium

Gas flow : 1 mL/min (Constant flow)
Injection-volume 22 ul

Total'run time : 20.75 min

MS/MS Parameter

Collision gas : Nitrogen
Solvent Delay : 3.5 min
Mode : Electron impact

Transfer line temp rature : 280 °C
Source temperature : 300 °C

Quadrupole temperature : Q1 and Q2 = 180 oC
1.20.2 N3AALADN @13ainINNTFLNU (Representative Matrix)Usd du Azl Lay

LLLBLNA



anneiee19Re7s ethyl acetate method (EURL-FV, 2010) lngarinsig
ethyl acetate, NaHCO, wag Na,SO, w&tilunsiadnsieiisiein3os GC-MS/MS ; triple
quadrupole, multiple reaction monitoring (MRM) t#i3eansuinsgiuly matrix Azt Fadu
fununguiinlu (leafy vegetables) Tu matrix uzidlamea Fadusununguivasznaunsuas
Uglde (fruiting vegetables) wagly matrix &u %uﬂuﬁumumalﬁngaﬁm (citrus fruits) lag
nagdoUTissAu LOQ 8 0.01 uaz 0.02 pe/s

nansadeuliornTlnssiiedsdunasazi wulians 37 via
lavin matrix effects Inefinanisvaaeusunasisansu Inedlen % matrix effects aanin
£20 AN % recovery iAagluts 70-120 fi1 HORRAT Uag % RSD eeflutag 0.08-0.93 uay
8.4-19.6 FNUARU Fatiu matrix standard duuazazii @nnsaldifiu calibration curve nauny
Aulalun1s9I9As189ians 37 ¥ARE75 ethyl acetate method (EURL-FV, 2010) Laginadla
GC-MS/MS

1.21 mMsnsdauAdldldveaiiinsesiarsiiunndenguaasnilunaamn

(organophosphate) Tudulngldia3as LC-MS/MS

nsnAFeUATIEETAiNAnAR IYlUNgY organophosphate wag @13y
fungicide 534 10 30n  lawn alachlor, ametryn, atrazine, butachlor, chlorpyriphos, diuron,
phorate, phosalone, profenofos ag propanil

1.21.1 @nMEN1TVINUVOY Lﬂ%lﬂﬂ LC-MS/MS

\30silolun1Insanlinsesi e Thermo scientific Ultimate 3000 HPLC
ey Compact quadrupole MS/MS S Bruker fiflszuuidousonuy Electrospray lonization
(ESI) TneUSuanmzvenases §ail
HPLC

Column;: Thermo scientific Acclaim™ RSLC 120 C18 2.2 ym 120A° 2.1X100 mm

Flow rate : 0.2 mL/min

Column Temperature : 30 °C

Injection Volume 25l

Mobile Phase : A = 10% MeOH + 5 mM ammonium formate + 0.01% formic acid 99%
: B =MeOH + 5 mM ammonium formate + 0.01% formic acid 1%

Total cycle time: 20 min

MS/MS

Dry Gas : 8.0 L/min
Dry Temp : 200 °C
Nebulizer : 2.0 Bar
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Capillary : 2500 V
Mode : Positive
1.21.2 asyaaauanuldlaveisiwsey

1FI5As1eUsEendis QUECHERS (Vera et al, 2013) lawainsiagnd
funsne fne acetonitrile WedBLAIBaE AR (Funnel shaker) 30 WIFt 1fisl magnesium
sulfate wag sodium chloride weAI8 Vortex mixer 11lU Centrifuge Wazlusansazansun
clean up wuudispersive Tngld MgSO, uaz PSA warnsIdasIeaieLA3as LC-MS/MS

NaNSYIAABU specificity Wufianuamzagasaylinuansandned
Anwilu solvent blank wag matrix blank @3 working range/linearity Yav3naaaUaE/luYIs
10-500 ng/g #lA1 correlation coefficient > 0.995 @UN1SNAGDU accuracy 7 55vdumL
Wntuluiieg1elugig 10- 500 ng/g (n=10) Wuin % recovery agluya 78 =103 udz % RSD
oeluts 0.6-4.9 e LOQ Wit 10 ng/g @ail % recovery aglutas 844105 uaz % RSD o)
Tut79 0.9-4.9 wazdl Signal to Noise Ratio (S/N) Tugas 40 - 879 waz@d LOD winfu 1 ng/s
31 Signal to Noise Ratio (S/N) Tug1s 9 - 56

1.22 msnautazasrvdauaultlivesIsAasgvinennan lalglnsaisu

(isoprocarb) lalws318A13U (iprovalicarb) wag nlaswuan3u (thiobencarb) Tugynydiae
walda LC-MS/MS

1.22.1 am’gzmiv‘?w}wﬂaqm%a LC-MS/MS

LC-MS/MS : Agilent 6410 Triple Quad LC/MS, Agilent 1290 HPLC

HPLC Column : “Kinetex 2.6u XB-C18 100A 100 x 2.1 mm

Mobile phase’A  : = 5 mM ammonium formate in water + 0.01 % formic acid, pH 4
Mobile phase B :  acetonitrile

Flow rate : 0.30 mL/min

Total run time : 7.00 min

1.22.2 a513deunulglavreisn1snsiainesiei 35 QUECHhERS
(Anastassiades et al., 2003)
Tnedadnognsunazden 5 ¢ adlunaen centrifuge wun 50 ML uth
10 mL fsl¥egetios 30 wift wasanduRY 10 mL 284 acetonitrile Yar e vortex 30 Fuil
anmpaemagnesium sulphate, sodium chloride, di-sodium hydrogen citrate Wwag tri-sodium
citrate dehydrate 11U centrifuge Tntunsesansazanedulaninu PTFE filtter vuim 0.2 pm

U529 1299A8LA599 LC-MS/MS



NN TI9d0UANULE AT IENITATIVIATIEN isoprocarb,
iprovalicarb wa thiobencarb lughagnsdniuazdundes wuin working range/ linearity ¥a43%
WATIEIRgluYIe 0.005 - 0.5 me/kg Ineilan correlation coefficient (1) > 0.990 @3u accuracy
nagouiinududulusien 6 sedu Tuie 0.005-0.5 ma/kg wudn & 9% recovery agluy9
69--108 uay % RSD oglur13 1.0-6.9 Fanausieensu % recovery ogllutas 60 -120 uaz %

RSD <20 f1 LOQ tay LOD v 0.01 kag 0.005 mg/kg

1.23 n15ns2dauANlTlAv0935 AT iaNsRYANAN9AI835N1S QUEChERS ¥84
a1snguaasnilunesinn (organophosphate) wazlwinsasd (pyrethroid) Tunseifiva veuuns

az luy(b3A9)

1.23.1 @0172N599UTBUATDY GC
MIIATIEN pyrethroid wag organophosphate Han11¥n15Y19UV04
399 GC il column wiln HP-5 dmfuniansaaiiasiziansngy pyrethroid waw DB-1701P
dMSUN1INTIIATIENAISNEN organophosphate 3 flow-rate 384 column 2.4 mL/u#l wae
ungiives oven uduf 95 °C snthuiudu 20°CAnfiauis 160 °C adliiuan 3 wf
ntuiLAY 20 °C/undt audis 180 °C asliifiunan 2 min anufisidu 80 °C/unit audls 280 °C

Aslilduan 10 Wil & post run 7 280 °C Wutaan 2 undl

1.23.2 as19aeunulylaeisiiasei

1438n1531A5283% QUEChERS Method lne@nwiansngu pyrethroid 7
w1l organophosphate 23 wila Tufiog19rauuAs (WAS) Ny (L) wagluyn (W) laedis
AnTzaisal Yiseganusliazden arntuthunds danhndu afnde acetonitrile uazansarin
‘%aﬂszﬂaw’f’w magnesium sulfate anhydrous, sodium chloride, tri-sodium citrate dihydrate,
way sodium hydrogencitrate sesquihydrate wag clean up $18@15 Primary Secondary
Amine, calcium chloride wag C;5 Endcapped SPE Bulk Sorbent as3ainusunaiasiennAg
FeLA3es Gas Chromatograph #fivhns1ain PECD (dwifuansnas pyrethroid) wag FPD
(Fwmuansngu organophosphate)

nan15n5IgeuAUlTlAveitIATIEY WU AS1ERlUll selectivity
Tunsasaiesedansunedn Tngasiansnsonsiaiasizdld d8d veuuns Widuaznsziiion
(u319) lauwnansngu pyrethroid 7 4la organophosphate 11 %ila wag Tugn(wiie) taud a1sngu

pyrethroid 7 wia organophosphate 15 ¥

46

HAN13ANYT matrix effect WUIINIE1INGY pyrethroid kagorganophosphate

Tansuwianden % ME > 20% LanIdnindesuniIuaIndiag s Asudueseuasuinsguly
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d15aEauM0819NaiaMe38 QUECHERS NaN1SMA@RY accuracy YadasnNay pyrethroid naaeui 3

SEAUAILTLTY Ture 0.05 - 1.0 pg/g (n=5) uag organophosphate NABUN 3 TEAUAULTNTU

1939 0.05 - 2.0 pg/g (n=5) WU % recovery wag % RSD WUNIEBNTU (% recovery aglutig

60-120 wazdlA1 HORRAT< 2) @ LOD wag LOQ Wuinansngu pyrethroid i LOD agluag 0.005-

0.02 pg/g war LOQ ogluts 0.01-0.02ug/s @135nds organophosphate # LOD aglutg 0.005-0.03

pg/g uay LOQ aglutae 0.02-0.05 pg/g d1mgnsldnuredisinseiaisngy pyrethroid aglugae

0.01-1.00 pg/g WAraA1INEN organophosphate 8e/lu%d 0.02-2.00 pg/g Faflen correlation
coefficient (r) > 0.995

NANTIUTN 2 NM353NTAI9E198198 908 TULAZ NI MATBUANNEINITA IEN TR UANNT

2.1 YBN15NAABY Usenauseg 3 nN1svnand

N15NAADIN FON1SNAADY BAuns denim
2.1 N153avFneg1991989n el ud S UNIINTIAT IR wilan lveduaysel ¥ neddduimundade
asiunnANgueasn1luneaLne (organophosphate) . WHV3ANA s MINAANNNITNYAT
. = , - ‘ U QuINg Ty
p93n1luAa3U (organochlorine) InWsnseun H
. . v o o AWmy vydad
(pyrethroid) A15UTLLA (carbamate) wagasUosAunIdn
lsAiv (fungicide) TulniluSunaniuazaaslsiags way
N1INAFBUAINAINTATENINVBIUHURAMS
2.2 ASIAYIAIDE1991989018 I UEINSUNITATIATIZN ynmadng ugn3 ¥ nedideiimndadenis
asfiwnnAengueosnIluneams (organophosphate) MMM lwedudiysal  wiansnisnuns
‘ = , = ‘ Juaun uangde
psnIluAaIu (organochlorine) Insnsaus T
. . . giims myefad
(pyrethroid) A15uNLWA (carbamate) wazastasiu
mdalsainy (fungicidellunaldfiiusinanigs uagnis
NAFBYAINENUTOTENIIRIUGURNT
2.3 A998 19971989n 8 TUANSUNIINTINATIZI e yeyes ¥ nasldesimuidadens
A sedfias NAANIINITINEAT

asiunnAengueasnIlulealnn (organophosphate)

¢ = . =~ I3
p93n1luAa3U (organochlorine) InWsnsaus
(pyrethroid) wazA1sUNNA (carbamate) TustywaznIs

NAFBUAINEINTATEN MBI URNT

anwll wyushvuna

Y $U81n15Naad

a [

2.2 s8i8UI538



ﬁﬂﬂ'ﬁﬁ»lﬁ 2 ﬂqﬁﬁ’ﬂﬁqﬁ?aﬁiq\‘iéﬁﬂaﬂﬂqEIGL‘L!LL?I%ﬂTi‘VIﬂﬁﬁ]Uﬂ'ﬂuﬁ"lﬂquﬂﬁg‘W'j"N
HoaufuRns sl
2.2.1 \W3ENATHINTZIU \PIRnTIRAATIEilaE Blank Sample
1) LG}%EJaJmimmgm organophosphate , organochlorine, pyrethroid,
carbamate wag astestuiidnlsnfivuardug dameunsalinermans 1wy eduidmiuiaies
GC, LCMS/MS aauiflsuipdesiiefifinardontsnnaoy wu indests meslufiwes indeuiivunas
LG}%‘EJ:umimmgmmaﬁmqﬁﬂwﬁmmLsﬁw’u’wha8] ieldUSuanrnvhauYeaA3es GC, HLPC
way LC-MS/MS isldnsnlinseansiivandne Ta3en spiked sample wagldadhs
calibration curve
2) dmsegs i walil uazdyily flifiarsivaniaiiegluteutiens
ey nsdiliaunsammediein naliflifamsivnndsegluveutenmeasuls enaseyly
JuasiwandslunmsmegeunuaninsassnineiosUjiing feerafuaisinnsgiuieiy
AULTNTUVDIATIUAIDEN AINAILUNZEAL
3) USUan1eNsTITeA3InsI93LA3129 GC-ECD/FPD fildnsiaiinseh
a’liﬂﬁjm organophosphate, organochlorine ta¢ pyrethroid USUan1zmsinuvenA3os
HLPC uag LC-MS/MS fldnsaiineviansnau carbamate arstasiurindalsafivuazdug
dieliiduanansenaialdiitaauad
4) LHIFENFI0LS
4.1) n293asneriblank sample fedsfinunsnsisaeunuldldvesis
Arswindy Foslinvasiivnnsiidesmsnaasy nsdifinuansiidesnsliilufegswinnsduim
UTUada TN YANAg LLammaaaumiﬂmﬁammmiﬁﬁé’@@ﬁﬂ;ﬂﬁ@ﬂﬁmmqﬁ’umiﬂwmﬂﬁmﬁ
Foan1snnaay Inensagiinsaet solvent blank aaisnaaeudedhinuaisiivandafidosnismageu
NINUANTNYANANBELUIDUIIENTNAFDU ATITABULAYIIBIUUTIIUETHEANATS
4.2) wisusheths blank sample Tnednuaznalsl tushograduduaua
g1Uszann 12 11 dluudlilugud -18 fa 20 °C Frwfu tundusuihudufauasdon uwdld
Tugue -18 e -20 °C 1ilel Afuoulnoonledszmesuvun drumegssayiivinuuasmeinios

uneee uglilugdue -18 84 -20 OC

2.2.2 M3IAWUTUNIUNITNAADUAIINANNTATENIN ViBaUfURNTS
1) AnsievesUfiRnisidanuaansosunsmselinsesiansivandng Tudu
pfinAves nsIAvIMTAYAsLaTTeIUfURNBLY Liesiumaaeu TnsdsneaziBealusunsy
(protocol) luatinsuazuuumausu TnurealfUiansnee

[

2) W3gUFDE1e @19SUlUSLNSUNNSNAZDU P9
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2.1) 11 blank sample mislilvazane nsdiiitulngvieldainame Insos
NUATUNSIsoU  uisshetsldvinden deimindegne Aathesedn vaurulssetediosniu
naufegemasanalagldiadesniu
2.2) nswi3en fortified sample Tnedaimin blank sample waziivans
wpsgruimmuenudutulildanududuresanslufiegunuiidmun musausiegng
nasanalagldiaseaniu wsshegrdldvindy Fuiwingaegne warRndhedegng
2.2.1) moaouanuduiiaiieaiu (homogeneity) Il G R R IR NOR VeI
10 #0819 tanasainseifiedisay 2 91 Yssduanududedoadu Tngldndnasa wu
ISO 13528 (2005), IUPAC (2006), Cochran test, kag One Way ANOVA Hufuy
2.2.2) MA@ UANNAINY (stability) 109510819 Inunstussegns

spiked sample W1luinufianTiesne o laun Neamgiivies (255 °C) thuageu 7111, 3, 5 uaz

q

< a

7% goumgRfiu uazgaungll freezer (wiuds) (hitforndn -18 °C ) shamageu 7l 30 Fu ey
winlTiied MIFaIefveETREIan 1T LAz YELIAIANY 9 LﬁaLﬂu%'ayjaﬂluﬂmﬁaﬂ%ﬁ@miﬁ
wnaslumegadetliaaledmluseninansdsinegny AUIURANITNAEIUAIUAIVILYBIRIDENY
Tngldadd liun Anade dru ieauuinnsgiu Aaudsusuvestoya uasnanisagoum %
recovery

2.2.3) INUMBDEN spiked sample wagblank sample Iﬂ&JLLﬂﬁuﬁLLsﬁ
(Litlondn -18 °C)

3) deseguliiuviosU iR 9 uTunaiidmun Tagvslusudd uis
ag 2 Yn sqﬂﬁ 1 1 spiked sample ﬁqmﬁ 2 \Ju blank sample Immsﬂum%uzmmﬁmmzﬁu
iienwananduliliunuiaaneudwieos foRnsfidnsmmaaey nFounuumneiay Code vo4
WoIUURANIT WUUNOTUTIIMURAKAL LUV UANANNAIBE 1Tl UNS U U089

4) WIFNBNUHANIITNAFDUVBINsIAZTDIUJURNsUUsliuazUS s uLeuna
Tneltads z-Score

5) davinsnussdunanisedeunar dadsliviesu fURnsidisumagey

2.2.3 @5Ulas18unNa
asUuazenuRanadeUmusULUUTIf MU Tn1siansalnanisvaass
iEuouuy waznanfansdmanululduseles
2.2.4. Mmyduninveya

1) dhwtdh Usnes uazanududy Tunswdeuansinasg iy dmindesig
it snasgluiegsilAnasinsain el anmznsldnuvennios GC,
HLPC wag LC-MS/MS

2) USunuansieanans Tunisvaaeu homogeneity kag stability
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3) efevesfitniumagou nieu Code vowipsUfliAnig

4) msdsednaldn  JUuuunsdsiaedne anmsaesiivanemeny
WUUABUANEN NGB

5) sfiauayUSinuansiivandsiidunanisnaaeuanies foRnsidisu

VPEBULASNANTT UsEliuAnuaIunsosenineviosuuisnis

2.3 Nan1578

AANTTUN 2 N15INYNA2E1991999018 TUkAZNISNAFBUAINAIUISA

%

SEUINWRWURUANNT Usznouse 3 msveaes T6i)

2.1 nM3dninaleg19d19dangludmsunisnsiadinssiansieanaenguaasni-
Tuneawn (organophosphate) aasn1luaaasu (organochlorine) winsagn (pyrethroid)
Ardunun (carbamate) wazansdasiuindalsaity (fungicide) ludnfisivSunaniuas
AaalsagIlazN1TMAGaUANEINTTATENINBIUURNNS

2.1.1 fpgainnInview
VAdaU stability vadansngu fungicide 1w 29 viin ludegng

Anniamen irnnudiudu 0.1 me/ke Tnsatnuaz clean Up feg13ne3s QUECHERS (EN 15662,

2008) waziA3edlolATIEy LC-MS/MS aaaumuamuiiguvadl 25 °C fiszazim 1, 2, 3, 4,
5, 6 way 7 Yu iloidenansfiianuamu Mduaslusediaidddiios foansidrsiuns
NAFU WUINET 12 ¥a Lawn oxycarboxin, metalaxyl, dimethomorph, triadimenol,
cyproconazole, fenamedone, azoxystrobin, triadimefon, epoxiconazole, tebuconazole,
flusilazole wag benalaxyl fiAwamuaudsszoriian 5 $u Faduszeznairiianveiiednem
pariaosufiRn1sdeanansnduluiiesns ienaaeumwanIasEineesUfURNS1H

N1INPEBUANNAINTATEN IRV URNT Andiunsiud wea. 2559
Faflnsnsradmseiaisisandnsluveudie Téun organochlorine 3 ¥in organophosphate
23 e pyrethroid 7 ¥ia carbamate 8 va Wag fungicide LLazguq 20 %in STy
61 vin lnawssumingeinniaveu laun blank sample way fortified sample AU VDL
Mo fURANIsISINIVAaRUTIN 24 iasUfuRns dveslfuRnisneusuiiisinImaaey
U 21 e uRng

n1sLw3eY fortified sample fvE9RNNIAMON N19ANENS  endosulfan
sulfate, cypermethrin, carbaryl, triazophos ey metalaxyl fieudiudi 0.05 -0.30 mg/kg
AITIATILIENTAYANA982875 QUECHERS (EN 15662, 2008) LA3aiioiinsngst LC-MS/MS
way GC-ECD Usuillumnuiduilodiorfunaznageunuassivesasanddlusiegns wuinas

fAnuAmnuigmiivies 0-7 Ju uavaumail freezer 0-30 Ju
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HANSNAARUTILIY 21 ieaUuRn1s wudndl % RSD Tuwae 17.7-46.3
%3g9n71 % RSD 984 Horwitz 39vin15Usziiu z-Score TnAuanAn Assigned Values T4fuami
U84 The International Harmonized Protocol for the Proficiency Testing of (Chemical)
Analysis Laboratories (Thompson et al., 2006) kag ISO 13528 (2005) wagUsewiiu Target
Standard Deviation lagl% % RSD vangusiuiiu Horwitz predicted RSD wuitnanisnaaay
3§13 80 % 31An| z-Score | < 2 (Hanaaeududiuinela) 19113 8.2 % A1 2 < |z-Score | < 3
(wannasusgluinmeiiiasde) S1uau 11.8 % TA1 [z-Score | > 3 (WavaaeuliiBuiiimel)
isauleldn193nsznt 1o GC, GC-MS/MS, GC-MSD, LC-MS, LC-MS/MS uag HPLC uazds
Ansgiiviesl fuRnsiihmmaaeulfiduisiiduinnssuanauassensuldfe Steinwandter
(1985 ) 4awdd QUEChERS
2.1.2 MR 1NN

N1SVAFBUAINANNTATEINRIUURN AL ELNsTUY w.a. 2560
asiuanAsluvaULY taun organochlorine 3 ¥ila organophosphate 23 afin pyrethroid
7 ¥im carbamate 11 ¥ia kg fungicide LLaS’S‘u‘] 32 yilasaliiaan 69 vin WAUDLTEY
WesluRnsiinsunIsnage U 28 s Ui EviesldRnisneusuniunivegaey
U 22 vesluRnis

NSIAIENFBENN fortified.sample uzlawma  lnalfu atrazine,
B-endosulfan, carbaryl, cypermethrin, permethrin ¢ triazophos finnnandudu 0.05 - 0.50
me/ke Uspfiumnuduilediorfunaznageusnunsivosansandndluiiogns wuiansiinang
AsuTigamiivies 0- 3 Ju uagiigamgll freezer 0-30 Yu

NAMSNARBUTININAY 21 WoaUiTRins ansfifimsseauwaun tHu

cypermethrin, permethrin, triazophos , carbaryl, p-endosulfan Lag atrazine AUAIRU NANT
Usziliuen z-Score wudtransnageudulvgjeglunawiumela 84.0 % lnedian|z-Score| < 2
wavaaeUgluinae thasdy 4.0 % laeilan 2 <|z-Score|< 3 waznanaaeuliiluiiumela 12.0
% loeilen |z-Score| > 3 viafuRnsithimaaeul it anginsouiuly Aos
Steinwandter H. (1985 ) uag33 QUEChERS dhurdasileflinsniiasgiiduniosilens

ANugNERY uiugazeeusuls lawn GC, GC-MS, GC-MS/MS, HPLC, LC-MS wag LC-MS/MS

2.2 n3Aninftegedndanneludmiunisnsiadiaseiasienndnengy
231 lunadn (organophosphate) aa3n1lumassu (organochlorine) lnsnsaen
(pyrethroid) Am13uun (carbamate) wazanstasnunidnlsany (fungicide)lunald
s inaihgewaznmagauauEnssEinsfasUf iR
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2.2.1 fogeuely

ININAFBUANUAIMNUYBIATNEGY fungicide F1uau 31 ¥lla Tudiag
unalu Tneviedeufigamndl 25 °C fissozinan 1, 2, 3, 4, 5, 6 uay 7 Ju tieliidudeya
Usznaunmsfinnsaundenatsiuandng fagldlunsfuaduiesns aseleseidieds
QUECHERS (EN 15662 2008) n53a3as1esideLa3as LC-MS/MS wuinfiszezinan 5 Tu dadu
S2H2IA1U0INNTINA0E1 NuTansTinadeudiasiiauaamu 20 wiia liun azoxystrobin,
benalaxyl, cyproconazole, cymoxanil, difenoconazole, dimethomorph, epoxiconazole,
fenamedone, flusilazole, imazalil, kresoxim-methyl, oxycarboxin, metalaxyl , penconazole,
pyrimethanil , thiophanate-methyl, triadimenol, triadimefon, tebuconazole ag
trifloxystrobin

N1SNAADUAINANNTNTENINTRIUHURNS Antiunaslud wa. 2559
WIENAIDY1UAIINLABLANETT bifenthrin, pirimiphos-ethyl, isoprocarb Wag azoxystrobin
Uspiduanuduiodeatuuasmnuamu (stability) vesansluiiegne. wuiigamniies
ynanstiauATuA 0-3 Tu waziionmgll freezer A uALTA0-30 Fu

AnrerosfuRnsidisalumavisuiisunuainsavesios foanng
170U RURN13MDUTUINTINNMINAGDUTIUIY 20 el URNS Nan1snadeunudndl % RSD
Tt 12.7-53.0 Hun3ansil % RSD gandn % RSD 49 Homwitz Inimsusziiiu z-Score Tasdna
A1 Assigned Values wavUseidiu Target Standard Deviation lagld % RSD w@engusuiu
Horwitz predicted RSD #WUIWaN15NAABUSILAL 81 % A1 | z-Score | < 2 (Wanaaouidudiuinela)
laiwusafifien 2 < [z-Score | < 3 (nanpdsUoglulnmsinasdy) wazs1uIu 19 % T [z-Score | > 3
(waveaouliidudhimela)

2.2.2 fegraauita

N13NPEBUAINEINTATEN MBIV URNT Antiunisiud wa. 2560
Wyl IunaaaUsIN-28 feslfuinisiiviesluiinisneuiuinsiunisvagey 311U 21
WosUURNT3

NSIRENFBENN fortified sample woulla lawiiu chlorpyrifos,
fenvalerate, carbaryl waz difenoconazole fimnududiu 0.08 - 0.15 me/ke AFITIATIEHFEY
7% QUECHERS (EN 15662, 2008) Useidiumnududeienfuvesieguuagnnaeunnuasa
yosanslusiegns nuiiigumgiviosansiinmuamu 0 -7 Ju 8niiu chlorpyrifos fAuAamud
0-3 Yu figaunnil freezer fiArmAmuil 0- 30 Ju

fimsTenuRangeUTINTAY 21 voafuRnng ansifinisseausa
snauasulaun chlorpyrifos, fenvalerate, carbaryl way difenoconazole Nan1sUsHLUAT

z-Score wuiwaniseaeudulugjegluinasiiinela 79 % laelie |z-Score| < 2 nannaoueg
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Tutnauwitasde 6 % laelian 2 <|z-Score|< 3 uaznanaaeulilufivumels 14 % Tnsdldn

|z—Score| >3

2.3 M3Infagnsd198ameludmiun1snstaiiassiasinennd1enguaasni-
Tunann (organophosphate) aasn1lumassu (organochlorine) Iwinsaen (pyrethroid)

wazAISUNNA (carbamate) TuSeyiNy LazNIINATIUANNEINTITATENINBIUHURANS

2.3.1 $eEg9UEs
N1SVAFBUANINAINTATENINMBIUGURNT Antiunislud w.e. 2559
Tl uinismeuiuinsiunsnedey 31w 15 Mieaujunns
W3ENAIRENNLALLANAITUINTFIU profenophos, triazophos, L-cyhalothrin
waz carbofuran adludiagNIAITUNAZLEEA 75I93ATIENLAEIT modified QUECRERS
(Walorczyk and Drozdzynski, 2012) Uszdiunnuduideionfunasaupamumesansludiogng
wuiansiinunmui 0-7 Juilgamadl uas 0-30 Juilguuail freezer
soaUftRnmsTidnsumeaeudsenuraniuaaidunsutidy
12 HosUfoAn1s wamsusidiu z-Score aiisusunanimageuieuaiisisnunyuinanis
nagoudlvgjeglunamiumela 73.9 % laedia|z-Score| <2 navnaavaglunamiuiasdy
6.5 % loeiAn 2 <|z-Score|< 3 wagnanmaeuliluntmela 19.6 % laedan [z-Score| = 3
2.3.2 fegatning
N1SVAERUAINAINTATENIBIUURNT Antiun1siud w.a.2560
Tl URN15MaUTUNTINNTNAADUI I 12 HosUURNT
W3ENAIRENLALLANATUINIFIY carbaryl, cypermethrin, chlorpyrifos
waz thiamethoxam a3lufeg It NAIR)UAALBEA A3993LATIEH 1ngTs modified
QUECHERS (Walorczyk and Drozdzynski, 2012) U'ﬁxLﬁ‘ummLﬁuLﬁaLﬁmﬁ’uLLazmmmm
yosanslusegranuinansinnuasud 0-7 Sulgumgdl way 0-30 Juilgaumadl freezer
vieaufoRnsfiinsumaaeu lisenunanismageunaiunaiiiivua
SumEY 12 ot Unnns asfiEinsseauRaInauEeU Teun carbaryl, cypermethrin,
chlorpyrifos uag thiamethoxam ®an15UseLiiuAN z-Score wuitnan1snaaeudllngjeglu
wnausiiwela 84.3 % lneiian|z-Score| < 2 nanagouagluinua Urawds 5.9 % laeden
2 <|z-Score|< 3 uaznanaaeulsiiduiiimels 9.8 % laefie |z-Score| = 3
233 fhegndnasilsdiue’)
N1SNAABUAIINAINTATEN MBIV URNT Anliunislud wea. 2561
Tl uiinismeuiuinsiunmsnadey 31U 12 vieaujuanis
W3ENFIRENNLALLANATUINTFIY azozystrobin, carbaryl, chlorpyrifos

way metalaxyl aslusnegnsdnarslsdiued)unaziden as19ATIEN Laeds modified
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QUEChERS method (Walorczyk and Drozdzynski, 2012) Ussifiuanuduiorentunazanuy

Awvasanslufiognawudn ansiauasud 0-7 Suilgamgdl wag 0-30 Suilgumgdl freezer
VoA umeaeu ldnenunansvageunaiunafifmue

SRy 7 WosUURNI3 s sTenuRanaNE Iy e chlorpyrifos, carbaryl,

metalaxyl k¥ azozystrobin HaN15UsEMIUAT z-Score WuIman1svaaauaUlvajagluinu

Wmely 87.0% lnefien|z-Score|< 2 navnasuagluinamitasdy 4.3 % laefien 2 <|z-Score|< 3

wazwanageuldiduimiwela 8.7 % Inefien [z-Score| > 3

AanTsun 3 n1snsadauaNultlavasizinsgiinesusesnnsgiueslfiunnng

3.1 YaN1SNAABY Usznaudiy 14  n1Snaaes

nMMAaasi Fonnaaas BALunTs dana

3.1 nsnsvdeumNlelaredisiinTsiaTivnnA997Y wadm faiuasrsnat drinddeuaziinm
78713 QUECHERS vasan3nguoasnilunedss i loauay MsNuAsYAT 1
(organophosphate) aasn1luAasiu (ofganochlorine) wanm Ut
Iwsnsoua (pyrethroid) wagAIsULR (carbamate)
Tualevesiaaufuinig amd

3.2 N1INTIANATIERETREANATNEN Basn luneamn wWiRs anggius v diniduuaziam
(organophosphate) @a3n1luAaIU (organochlorine) A5l andids MENEATLIAT 2
wazlninsoun (pyrethroid) luAumae35n15 QUECHhERS iUﬁlﬁﬂﬂﬂd If‘]:l’fj X
Inglguialasunlnasilugaiunlnsunive O
WosUuRn1T gan.2

3.3 nsTdeUAlgliueIsInTzEN TR YRNA d1ims Luaed YV drtinIdouaziiniun
pasnluneawln (organophosphate) waglwinsosa Asfyay daediui MENEATLYAT 8
(pyrethroid) TusgaiavesiaslfiAnis am. 8

3.4 n13n9aeUANUlYlAveIsNITIATIE AN TiYANANg wnen Junsdes ¥ dninideuaziian
naulnInsesd (pyrethroid) Tunsnvewisaujifinis qnws Janau MsinuAsYafi 4
S— dviswa Uswsu

3.5 nnadeuAlglive s zianTiunnNA ins lansaudd ¥ drtinIdouaziiniun

psnlunean (organophosphate) pasn1lunanIu

BINU YN

ANSNUATHUAN 7



3.6

3.7
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(organochlorine) waglwinsoen (pyrethroid) Tuugaiag

LAZENNIANUYITOWBIUHURNIT dan. 7

N15952980UANUITLAURIISNNTIATIEREITRERNANS

10878 QUECHERS lushegneinngy high water and

chlorophyll content sgmatia LC-MS/MS U84

WosUURANIs a4

gnns dawsu ¥ dinideuagiiaun
avgwa Uansy NSINYATUATN 4

YIRY1 JUNSAD9

msnTvaeunuldliveniienzasiivandangy  9gwed Ussange ¥ dndnddeuaziian

gasnluneainn (orcanophosphate) lundnlagléiases  Useye @nesnssl NELAEAILIAN 3

LC-MS/MS vaeiosUjuRn1s an.3

JUSINT  FSAI1999A

Y $UtnN15Nead

3.1 Yan1snnass (Av)

N15NAADIN FaN1SNAADY JAndunis denim
3.8 N1IRTINATILRATHEANANGN BOFNLU- WA deius Y drimideuazian
WoaLn (organophosphate) pasn1luAanIU fqou e MINEAILIAN 2
. . weyane lawa
(organochlorine) lwsnseus (pyrethroid) *
. - & p A0S NesRtRUTE IR
A5UNLLR(carbamate) wazarstesiunidnlsang
(fungicide) A838n15 QUECHERS lunwiiuIau
azaaslsiagalagldmaiialasulnng
wEAUNINSNASURITOIUJURNIT aIn.2
3.9 nsnsiaeuaraldlivaiimsiansiiyandny  neds duniGesnu ¥ dninideuaziang
aa%ﬂﬂuWaaLW(ﬂ (organophosphate) ANIUAT YDIINTUNT AITLAYNTLUNN 6
p = , o ‘ 2flugn 219ung
993n11uABD3U (organochlorine)lnansous &
, . quvng Aunitseznu
(pyrethroid) A13UMUG (carbamate) Lazans
Jastumdnlsaity (fungicide) Tusgaiag anle
NIUULALIAA MI8TIN1T QUEChERS wazimailn
lasuninnsmudaaininsun3vowinaluinig
aIN. 6
¥ aada = v o/ o ¢ @ a o U a o v
3.10 msnrdeunNldlaveitinsgviansivanate  Aeanied whaleswa ¥ dinddbuassinmn

naueasnlueane (organophosphate) uax
A1SUUA (carbamate) Tusgilavewinalfumins

gIN. 5

wmiing o3I INTal  MTINYATIURT 5

35101 ileerane
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3.11 nsnsaadeuAdldlavesdtiasvviansiiunnaie e Teawau Y diinideuaziniun
ASIUUANTY (carbendazim) Tuanlenaznsn W“%‘ﬂy ﬁqgﬁuﬂmﬂa MINYAIAT 1
Yo URNIT @, 1 RUY IR
3.12 nsnsvaeuAldlaveditimsvviansiunnee  waw Taaau vV dinideuaziiun
ME38N15 QUEChERS YasanIngueasnily Wl dufupnsge nseRsuad 1
WoaLn (organophosphate) psn1luAanIU vAAm ity
- . Ygu1nsal WaIAIng
(organochlorine) uaglwinsesn (pyrethroid)
Tunsnvesiosuuinis am.1
Y ntinnsneass
3.1 Yan1snnass (fe)
n1sNAADL Fan1svaang AALuns defim
3.13 nsesiadeuaUldlnvefitnsiesieiansie avowa Jewsu ¥ drinidenasiamn
ANA19EEIT QUECHERS lueagawaldingy wne Junidos msinuAsnil 4
high water and low or no chlorophyll content s e
memalla LC-MS/MS vasiesufjufinag amn.4
3.14 nsnsdeuanuldlivedisnsiasiansiiy @5l Mvesdums VY gudifbuasiimunnis

ANA1aNgY pa3nlunaas (orsanophosphate)
wazlninsesd (pyrethroid) luvuyuazaiilngl?
Yool UAnsANEITuLaEiRLINITINYAT

a
NEYIUYI

NYATNIRYIUYT

Y $Ut1nNsneaed

a [

3.2 S2UgUATIY

LDE
e

a P~ ada i o a wva
NANTIUN 3 msnsivdeuauldlavasisinssiineiusewinsgiuieslfuinnisd

1) v ansiall ansuInIgIY feg1aRu WY WY aunsalinendans 1w

AOSUEMTULAS D9 GC, GC-MS, GC-MS/MS, HPLC wag LC-MS/MS gauiisuinsesioniinane

| a Y] a ¢ d' Y a < v
NNINAFEDU LYU LATDIU LV]@%I@JQJW]@? LazlAIaINIUTUIRT LWunu



(Y IS

2) WisnaBNesIuvesTngiifininunduduing eufuanmznsieny
POUASRINTITNATIZI WiloliinTen spiked sample wazifieadns calibration curve

3) U3uannemevihauvenedewmmaienei lnedeasnsgiuiiay
gy ilomtisanauigagaueansinnuanumnzan ieliddyamunsmsaialdn
ANUITIYDIENTIATELANGR Wag range U84 calibration curve YBIENTHMTEIU

4) n579RTIERFeE19 sample blank TagldiEnaaeuiivion dedlyinuansfiv
anfnsfidiasnimade Wiedduyanisnaiavesansiivandetosninfiszdu LOQ uagwn
wuasluiegsoInuliihu 30 % w833EAU LOQ

5) avnaeumstudeuresansiiiidyyrunmsanatanssiuasivandad
Fosmavmaeuly asiadl iaTeaui gunsaling 4 Tnsasiatinsiesi solvent blank a1aAsvaaeu
dedlimuansfiunndafidosnsnaaey

6) NAAOUIS A3V Anw parameter siaedietl

6.1) Linearity / range

6.1.1) A39ANATILNATUINTFIUNNTWANUTUTUR LD U TDY
3-5 ANMUIUTU AIELATBINDIAIILINBES9 calibration curve WHaNtALIMIANUFUNUS
JEWIN response U8ININTI9IAAUAMUTUTUIBIATUIMIFIU Uszidiuan correlation

coefficient; r 38A" coefficient of determination; R

6.1.2) AT ITAATIZF TR TR T IUnTUAdduLuey
Tngld35Tnsenfinmun mauduRusSszning response veaan1snsaaatuaududures
ansiwandeiidlufegas  WeAudurusseniaududuresasiinsa e eilasy
AUt Dt RunnAtsTIRLTus e Useiliuan correlation coefficient: r vi3aan

coefficient of determination; R? (Eurachem, 2014)

6.2) Matrix effect
TnsmswSeufovdyainnsnsaiaderiomsninsed vioay
#u (slope) ¥94 calibration curve YasEnTRIFILANTIUANATITUTIR el uGYIazane
(solvent) ﬁuaﬁmmgmﬁmmmmLﬁﬁm%’uﬁm‘%mﬂ,umiazmaﬁaam (matrix) 7iafin wag clean
up sesTliveaey TnedyarnnisnsiaTadesuwnnanaiuliiin 20% (SANTE/12682, 2019)
%39 slope wansingiulaiiiu 10% (NATA, 2018) Mnwuinidl matrix effect Aa9ASHLAITUINTFIY
Tuansavaneiegns (matrix) Wieldlunsasadnsgiviuiunaans nensdlld slope Useiiiu

matrix effect 3MNANNITAIN
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Matrix effect(%) =[(slope of calibration curve in matrix) - (slope of calibration curve in solvent) |x 100

(slope analytical curve std. in solvent)
6.3) Accuracy
naAoUlAENMIATITIAT IR ANATIIMTTIUINTIUAY
dudulushedng (spiked sample) agnatios 3 arududu Aanduduay 5- 10 91 Uszidiy

trueness Wag precision A4l

6.3.1) Trueness UseLUANNANSD8ALNISNAUAUYDIANS bUFBE19N

[
[y

NAABU (% recovery) InausigonsuAe 70-120% (SANTE/12682, 2019) Fainausigansuazaunu
ANANTuvesansluiiegne InelgnsnisAuinmadl

C1
% Recovery = a

C1 -Anuduresansiiaseild mite me/ke e pe/s wie me/L Wio pe/mL
C2 -anudnturesansiivaduiions me/ks w3e pe/s vido me/L %8 pe/ml
6.3.2) Precision Uszliuann % Relative Standard Deviation; RSD
Tne 1Na9BousuIDd % RSD < 20 (SANTE/12682, 2019) #5011 % RSD lUAuauA1 HORRAT
Tnefinaeisausu HORRAT < 2 (Horwitz, 2000) $3n15@u3nsAn Predicted Horwitz RSD

(FmTumsvirguuy repeatability) % RSD uag HORRAT flgnsnsnuiasail

Predicted-Horwitz RSD = 0.66 x 21702108 ©)

C = concentration ratio
% RSD = % x 100

SD- Standard Deviation (AMU84LUNaATFIN)
X - ANRAUVBINANINAHOU

L L % RSD
HORRAT (Horwitz’s ratio) = Srodictod HorwiaRSD

6.4) LOQ (Limit of Quantitation) iagz LOD (Limit of Detection)

6.4.1) LOQ \Hurmnudidusign famnsansaaieszililaed
accuracy aglunusigansu e1auseiiiulag 19a1 SD- standard deviation ¥@IANULTNTUYDS
aslushognsiiindigaiitinnm accuracy Tag LOQ = 10 x SD uax LOD = 3 x SD figatie
NM3nTIvATseE s RLa TR T IuA MLl ueEetioy 10 %1 Useidiuen

ca o

v ! ¢ Y] A A a v a .
% recovery bae % RSD @@Q@%Lﬂm%ﬂ@mﬁU bAIDIUBDATIVILATIEUVIEEYEYT1UNTITINU NoIse

A IUN1INTIVIANITZAU LOQ Aol Signal to Noise Ratio > 10


https://www.eurl-pesticides.eu/userfiles/file/EurlALL/AqcGuidance_SANTE_2019_12682.pdf
https://www.eurl-pesticides.eu/userfiles/file/EurlALL/AqcGuidance_SANTE_2019_12682.pdf

6.4.2) LOD urmnududusingn aunsansiadaszild lngses

nudyayrunisnadinansludieg1mniieg1ingiadiasent (fegrsdasmuansiulisyiuaiy

'
o

el 99%) p1auseuiulaglydaAn SD- standard deviation ¥89ANUINYUVDIETST LUHIDEN9NF
Mgadnum accuracy 108 LOD = 3 x SD MA@BUAIEN1IATIANATIZVRI0ENFNATS

v ]

WINIFINTINTIUANLTNTULULRUBEURY 10 91 Usidluan signal ¥8In15nsIin dmsu

cal o v a

\3asflonsIviiseifidyyIun1sTndl noise dosdl Signal to Noise Ratio > 3
7) a@3uuazIeuNg
agUuarsnuRanINAgeUAMFULUUARMUA dnsiansainanisnaaes
usuuzkaznatinsinanulUldUsylond
8) mMyduiindeya
Suiin dnn Ysines wazanadudy Tumsindevadsunsgau dvin
F9819 mmL%@J%’uﬁuaamsmmgmiuﬁmsmﬁLamLLazﬁﬁmaﬁmiwﬁlﬁ AUYIUNITNTIVINVY
\A399M5I93ATIEN Signal to Noise Ratio vasdayaunisnsiainfinaitidudusedu LOD way

LOQ LATENIENITYINUYBUATDINTIVUATIZH

3.3 Nan157Y

Aanssu 3 n1InsadauAullaveisinTziesuse NIz

ﬁaﬂﬂﬁﬁami Usenaumey 14 Nsneaed feil

3.1 N150529aaUANUITLAVBIISATITNEITNEANA19A875N15 QUECHERS 484
d1snguaasnilunesinn (organophosphate) aasn1luaaaiu (organochlorine) wWinsawn

(pyrethroid) uazarsulun (carbamate) ludlevasasufjuinig dan.1

maﬁmi’wﬁaﬁﬂdm organophosphate, organochlorine wag pyrethroid fng

A399 GC-MS/MS WAg#AIINGY carbamate FeLA3es LC-MS/MS

n519a0UAUlElAveIITN15ATIZ QUECHERS Y@9a13n§Y organophosphate
29 wiin ludluan negeu accuracy 71 3 sedumududulusieged 0.01, 0.05 waz 0.5 ma/ke
WuNENTINVEANILN L BUTU 71 0.05 uaz 0.5 me/ke Inedl % recovery ag/luy9 60-120
{1l HORRAT < 2 #1 LOD 71 0.01 mg/kg waw LOQ 71 0.05 mg/ke

miﬂejm organochlorine 3 ¥ila lalA alpha-endosulfan, beta-endosulfan
uway endosulfan sulfate naaau accuracy 7 3 szuaududulufedned 0.01, 0.05 was 0.5
mg/kg WU’jflmummeﬁaau%’unﬂmmLﬁﬁmﬁuﬁmaau 3 % recovery aglutas 96-119 i HORRAT
<2 #1LOD i 0.005 me/ke waz LOQ 7 0.01 me/kg
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@13ngu pyrethroid 7 ¥ila nAg@eU accuracy 7 3 szdumdulusognd
0.01, 0.05 waz 0.5 mg/kg WU lambda cyhalothrin runsisensud 0.01, 0.05 wag 0.5
me/ke @31 permethrin, cyfluthrin, cypermethrin way fenvalerate HusNa@izaNsufl 0.05
ez 0.5 ma/kg WA cypermethrin KUNATENSUT 0.5 me/ke ansTirunasioonsull %
recoveryaglumie 60-120 lagil HORRAT < 2 @1 LOQ agluas 0.01-0.05 mg/kg waz LOD

9g/luy39 0.005-0.01 me/kg @ deltamethrin lajshw,musﬁaau%’wﬂmmLsﬁu%’uﬁwmaau

a13nau carbamate 19 ¥ila M@oY accuracy 1 4 seRuATBITNTUluREaT
0.005, 0.01, 0.05 wag 0.1 mg/kg Has 3 Suﬁmmummsfmau%’unﬂmmLsﬁmsﬁuﬁmaau fans 15
giarunasieensud 0.01, 0.05 waz 0.1 me/ke waxilans 18 slarunasieeusud 0.05 uay
0.1 mg/kg ansfirnuinausiBen3uil % recovery aglumag 60-120 &l HORRAT < 2 A1-LOD o]

11939 0.005-0.05 mg/kg wag LOQ aglutag 0.01-0.5 mg/kg

3.2 N1ATINATINAITNEANANNEYN dasn1lunadamn (organophosphate)
993n1luAad3U (organochlorine) wazlninsass (pyrethroid) lufufa835n15 QUEChERS
Tngldufalasunlnnsinuuaauninsiunivaiasuuans samw.2

3.2.1 An1gnMTLYeLATEs GC-MS/MS

man1zimnzanlumsiinseviaisivanf1angu organophosphate 23
¥1m organochlorine 3 ¥iia Wwag pyrethroid 5 3Un Tnedsan1nymsinuweaedes GC-MS/MS fail

1383 GE-MS/MS Wuu electron impact ionization (El) 7 70 eV uay
nsaainluguuuy MRM Tneldia3eadiie Bruker Ju 436 GC/ Scion MS maduniwdla Rxi-5Sil MS
(30mx 0.25mm 1.D x0.25um film thickness) TUsunsugamgiidmsu oven Buflgaumail 80 °C
askiifunan 1.00 min singamgiiann 80 °C fis 180 °C dms1AuE 20 °C /min Liimgamal
910 180 °C §11 220 °C #5113 5 °C /min askiidunnan 1.00 min Wisgamgiiann 220 °C
fla 270°C Sn51AII57 15 °C /min askiidunnan 8.00 min uazifingaumgiionn 270 °C fis 320°C
§Aanda 40 °C /min adliifunan 2 il Tnsldufadidounanians 99.9995% 1y carrier
gas $EMIIMNITI 1.0 mL/min dwdnans injection mode 1u splitless Aigauvind 220 °C

3.2.2 NMSRAILITIATIEH
Wnsafnfuazdaulanainisves QUECHERS Ao Tagn1sdsfating

Al 10 g @inAaY acetonitrile kay clean up A8 MgSO, Wag primary secondary amine (PSA)
thlUAasgsifeeios GC-MS/MS wuidiilansnau organophosphate 4 %ila uay pyrethroid 3

a ' 4 1y
YUR 7N % recovery INNWULﬂm‘V]EJE)ﬂJ?U

3.2.3 NM3HSIEBUANULT LAUDITIATIEN



nansnsvasuaaldldvesiinisatafuiidaulainanitves
QUECHhERS wu18929n151deuluaag 0.005-1.0 pg/e &A1 r > 0.995 untiu methamidophos,
mevinphos, omethoate, dicrotophos, monocrotophos, dimethoate, alpha-endosulfan,
azinphos ethyl uaz cyfluthrin Feen r ldsunasieensu @unisneaeu accuracy 71 3 ¥éu
AUty Uszfluainan % recovery wudndi 0.01 pe/e ag/luyaa 43-150, 7 0.0-3 pe/e o¢
Tuts 43-150 wawil 1.0 pg/g agluraa 70-112 @ precision Usziiiulsd1 HORRAT wuiteg
Tut19 0.2-1.9 snviu methamidophos, mevinphos, dicrotophos, monocrotophos,
dimethoate, alpha-endosulfan, azinphos ethyl waz cyfluthrin 15fen HORRAT > 2 &alain
nain1seansy fiszduanududy 0.01 ug/e uaz 0.30 ug/e

A1 LOD agflutas 0.003-0.005 pg/g uay LOQ agfluy330.01-0.02 pg/g
gnLI mevinphos, dimethoate, phosalone 1AA1 LOD 0.01 pg/g hag LOQ 0.05 ug/s
methamidophos, dicrotophos, monocrotophos, alpha-endosulfan;azinphos ethyl wag EPN
¢ LOD 0.02 /g wa LOQ 0.07 pg/e Wenantunui1 omethoate 11 LOD, LOQ ﬁqq Ao
0.40 pg/g way 1.00 yg/ ¢ MIUAINU

3.3 nsasdvdauanuldlaussdsinsziarsienndne sasnilunadann
(organophosphate) waz lW3nsawa (pyrethroid) Tunzsinsvasesujininis daw. 8
3.3.1 AN1EN15YNNLVBATEY GC-FPD/ECD
M3I97bAT1ENA5NGY organophosphate 7 %iia Laun dichlorvos,
diazinon, chlorpyrifos-methyl; pirimiphos-methyl, chlorpyrifos Wag pirimiphos-ethyl fan11g
AR e =t}
GC-FPD (Agilent 6890N)
detector . flame photometric detector (FPD-Detector)
column :capillary column DB-1701P
(5% phenyl methyl siloxane)
model, Agilent 122-7732
length, 30 m
diameter (i.d.), 0.25 mm
film thickness, 0.25 pm
temperature . injector 250°C
detector 250 °C
aﬂ’iﬂfjll pyrethroid 4 ¥ila lgun bifenthrin, lambda cyhalothrin,

. . IS o d' [ dy
cypermethrin ¢ deltamethrin 4@N1IEN1TNINUYDIATDY AU
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GC-ECD (Agilent 6890N)
Detector . electron capture detector (ECD-Detector)
column . capillary column DB-5 (5% phenyl methyl siloxane)
model, Agilent 122-5032
length, 30 m
diameter (i.d.), 0.25 mm

film thickness, 0.25 pm

temperature . detector 250 °C

carrier gas . helium, flow rate 2.2 mL/min
make up gas : nitrogen, flow rate 60 mL/min
injection mode  : splitless, purge time 1 min

injection volume, 1 pL

3.3.2 NM3HSIEBUANULT AUDISIATIEN

¢ a o

1935n193AT129 TRAIUIN19INI5909 Steinwandter (1985) #52973LAZ1
uzahaneLA3es GC-FPD/ECD

msmju organophosphate .working range/linearity 7 0.01- 2 me/kg
Toedl @1 r > 0,995 nan1sNAEDU accuracy 71 0:01, 0.1 WAz 1 me/ke WuInd % recovery Tugag
95-111 Wag precision WUV repeatability & % RSD Tuia9 1.0-12.1 precision Wuu reproducibility
11 % RSD T34 1.0-10.3 A1 LOD aglutae 0.006-0.007 mg/kg wagan LOQ 7 0.01 mg/ke

a’liﬂfcj:u pyrethroid 3 working range/linearity 7 0.01- 1 mg/kg Tagdia
r > 0.995 NMINAOU accuracy 71 0.01, 0.1 uaz 1 ma/ke WUl % recovery lugas 90-101 wae
precision WUV repeatability & % RSD Tua9 2.2-10.7 precision WUy reproducibility & % RSD
Tu%3 0.8-2.9 fif1 LOD'T 0.005 ma/ke wazAn LOQ 71 0.01 ma/ke

3.4 msasdauaNuldlivesitnisiianmeiaisienndengulninsesa

(pyrethroid) Tuw3n vasesUianTs dw.4

AnuishAsIsansivanAengulnivsess 6 wia lawn lambda-cyhalothrin,
permethrin, cyfluthrin, cypermethrin, fenvalerate uag deltamethrin Tuwsn TnelaTiawn
1131N39%984 Steinwandter (1985) Tunisaniadiegnely acetone wag dichloromethane 14
sodium sulphate framilunszuaunsatasedns wazilvanUsuinsuay clean up A8
@15azan8 hexane : dichloromethane asrawwdauazUiinaldnsldindasiiodaszimiUsune

a15NwANANY (Gas Chromatograph %iin Electron Capture Detector)
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NN TIvdUANULEIAYBITIATIEN Nan1SVIRdBU selectivity / specificity
Tnen5293A5729% matrix blank lifinssunmuanansdulusetns du range/linearity ¥0933
WATIEVegluYIe 0.01 - 4.00 me/kg HA1 correlation of determination (R?) > 0.995 KaN13
nAdaU accuracy fiszsuarududulufiedis 0.005, 0.10, 0.5,1.0 way 2.0 me/kg (n=10)
wuin % recovery aglutiag 70.5 1085 fiAn % RSD lutas 1.5-19.8 eglunasifiveniuls

d1u A1 LOQ 1wi1Au 0.01 meg/kg A1 LOD AU 0.005 me/ke

3.5 MsasdauaMulTlAveslIsInszid1sieAnA1e aasn1lunadinn
(organophosphate) aa3sn1lunasiu (organochlorine) wazlwinsown (pyrethroid)

lunzsidsuazinnaiiuuivawiesljuinnis am. 7

MIIVIATILNEIINGN organophosphate 5 wila leun diazinon, pirimiphos-
methyl, chlorpyrifos, pirimiphos-ethyl Wag ethion (15197LA513%A8 GC-FPD) ansnay

organochlorine 9 ¥ loun gamma-HCH, heptachlor, aldrin, dicofol,2,4-DDE,

a—endosufan , B-endosufan , 2,4-DDD Wag dieldrin LLazaﬂiﬂa:aJ pyrethroid 2 ¥l TouA

permethrin Lag cypermethrin (#51931A518%A28 GC-ECD)
nyaeuanuldlivedisiaeianings organophosphate, organochlorine

way pyrethroid lunganuaziannaiu 1aelda53tasgR% QUEChERS wuanil working

range/tinearity‘ﬁ 0.01- 4 meg/kg lawdl correlation coefficient; r > 0.995 N1SNAGDU accuracy

Tungshawarinnaiues Aenududulusiesne 7 seiu Tugas 0.01-6.00 me/kg wudnd

% recovery aglunuaigeuiu Aeegdluiie 70-120 uay HORRAT < 2 iid1 LOD wiiu 0.005

mg/kg ag LOQ winAu 01.0 mg/kg

3.6 N15A523aUANUIYLAVBIITNITIATITTEITNEANA19lAEAS QUECHERS Tu
fad19linngy High water and chlorophyll content fiagwnAlla LC-MS/MS ¥84

WoeUfunn1s dawn.4

NanN1sNAaaUANUlElAU99I53AT189 QUEChERS TUN15AS193LASI23a1S 20 vl

lauA oxamyl, methomyl, monocrotophos, dicrotophos, dimethoate, aldicarb, propoxur,
dichlorvos, carbofuran, carbaryl, isoprocarb, methidathion, fenobucarb, promecarb,
triazophos, azinphos-ethyl, pirimiphos-methyl, EPN, profenofos Wag pirimiphos-ethyl Tu
Fregne Sailnen avthuas e dewaia LC-MS/MS wuinil specification /selectivity
ﬁﬁimﬂﬁﬁﬁmiy’lmmsmaﬁmﬁmaﬁ’umimmgm ANINARDU working range/linearity 89015
fﬂﬁﬁﬁmiﬂzﬁéf’mLQ%QQWU’JI’]EJ%JJIWUI’N 0.2 — 005. Opg/mL lawdl A1 r IUINEYINITBUSUAD 1 >

0.995 MAday accuracy finnududulugedns 3 sedu Ao 0.01, 0.50 was 2.00 pe/s (n=10)
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wumnszdueuutuiaaeuien % recovery, % RSD Wag HORRAT agluinasisensy
A1 LOD winfiu 0.005, 0.011az 0.05 pg/g wagA1 LOQ iy 0.01 waz 0.u 10g/g
Han13n59aeuUAUlYlAv09I8AATIEY QUECHERS Tun1snsiaiinsvians
17 v lawn acephate, acetamiprid, acetochlor, alachlor, azoxystrobin, fenthion,
indoxacarb, metalaxyl methoxyfenozide, mevinphos, prometon, pyrazosulfuron-ethyl,
temephos, thiacloprid, thiamethoxam, thiobencarb Wag trifloxystrobin Tusegediingnn
avthuaz e dewmailn LC-MS/MS wuinil specification /selectivity i working
range/linearity maamwsa@mwﬁﬁ’hma’%laqwudﬁaeﬂuszm 0.005-2. Opg/mL lagdlAn r W
nasin1sEaNsue r > 0.995 i accuracy nadauTirudutulugedis 3 sz fe 0.005-
0.05, 0.20 @ 2.00 pg/g WUIMNTEAUANULTNTUIIAT % recovery, % RSD wag HORRAT
agluinauaisausu dA1 LOD Wiy 0.001, 0.005, kar 0.01ug/g wazA1 LOQ winfiy 0.005, 0.01
g 0.05 pelg

3.7 msasivdauaultlavasizinssiansiuandangy aasnlunasine

(organophosphate) Tun3nlagldin3as LC-MS/MS (uasiasUfliinig aam.3

3.7.1 dan1EMIueneses LC-MS/MS
Anw13B AT evianswRnAanEY organophosphate WagaNsngLdue
9w 15 wiia lawn azoxystobin, chlorpyriphos, diazinon, dichlorvos, EPN, ethion,
imidacloprid, malathion, parathion-methyl, pirimiphos-ethyl, pirimiphos-methyl,

phosalone, prochloraz, profenophos iLa¢ triazophos

in30edlelunn3m53934A1894 Ao Thermo scientific Ultimate 3000 HPLC
ey Compact quadrupole MS/MS S Bruker Miflszuuiousiawuy Electrospray lonization
(ES)) TneuSuantizmsviheuwenasedionnzan il
HPLC
Column : Thermo scientific AcclaimTM RSLC 120 C18 2.2 um 120A° 2.1x100 mm
Flow rate : 0.2 mL/min
Column Temperature : 30 °C
Injection Volume 5l
Mobile Phase : A = 10% MeOH + 5 mM ammonium formate + 0.01% formic acid 99%
: B = MeOH + 5 mM ammonium formate + 0.01% formic acid 1%

Total cycle time : 20 min
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MS/MS
Positive mode Dry Gas : 8.0 L/min
Dry Temp : 200 °C
Nebulizer : 2.0 Bar
Capillary : 2500 V

3.7.2 MsesvdeuAnultlaueisinsiei

1935aimuu QUEChERS (Anastassiades et al., 2003) A51936AS1ZMbU
frog1anan @aeLnies LC-MS/MS nansnsadaunnyldldveiisinssy wuinasia 15 via
11 range/linearity ¥89353ATIeM0g YN 10-500 ng/g dIUN1INAABY accuracy fisziuny
Watuluiiogna 10, 100, 200 waz 500 ne/s (\=10) Wuians e 15 sdanunasioansy Tned
% recovery aglutaa 72.9-113.6 i1 % RSD agluraa 0.61-14.5 flA1 LOQ WINAUN0 ng/g B4l
5%AU LOQ 1l % recovery E)gﬂmhx‘i 62-105 way % RSD agﬂusﬁl’m 1.6-145 uazdl signal to noise
ratio agluyae 27-879 dmu A1 LOD dlveyileniniu 1 ng/e oniiu-azoxystobin,

dichlorvos, EPN, imidacloprid wag parathion-methyl 3i@9.LOD. VAU 3 ng/g Fafiszsu LOD

11 signal to noise ratio E)gﬂusdljﬂ 9-88

3.8 N13ATINATILNATNEANAIINEYN dasn1lunaawn (organophosphate)
293n1luAad3U (organochlorine) w3nsaeun (pyrethroid) Arsulun(carbamate) wazans
Hoafurindalsaiiy (fungicide) #2838115 QUEChERS Tufiwiifiusunaiuazaaelsilagelag
THwadialasuinnsnuuaaunInsiins Yawinsujuinis aaw.2

3.8.1 @1172NN59IUTOUATET LC-MS/MS
ATIRIAATILVATHEANANGY carbamate, organophosphate wagnayl
fungicide 571 28 i@ Town aldicarb, aldicarb-sulfone, aldicarb-sulfoxide, benfuracarb, carbaryl,
carbofuran, 3-OH-carbofuran, 3-keto-carbofuran, cyproconazole, diazinon, dicrotophos,
dimethomorph(E), ethiofencarb, ethion, fenobucarb, imazali, indoxacarb, Iprovalicarb,
isoprocarb, methiocarb, methomyl, mevinphos, pirimicarb, promecarb, propoxur,

[

tebuconazole, thiobencarb wag triazophos Menatin LC-MS/MS @019z 15v19u189A3 09091

Ultra Performance Liquid Chromatography (UPLC)
Injection volume : 2 pl
Column : Zorbax C18 A311813 100 mm
Mobile phase A : 0.005M ammonium formate Buffer : 0.01% formic Acid
B : Acetonitrile

Tandem mass spectrometry



Scan type : Multi Reaction Monitoring (MRM)
lon mode : Electrospray lonization (ESI)

Gas Temp : 300 °C

Gas Flow : 7 L/min

Nebulizer : 45 psi

Capillary : 4500 V

3.8.2 MINAIUNIDIATIZH

mMsfneUszansamnisatnfeanzudud Tneuszdiuain % recovery
Tgun vianasuSunaesivhazatefildaia wu acetonitrile, 1% acetic acid in acetonitrile,
acetone+dichloromethane Wu31 acetonitrile finan153iAszHdinNI1 MsFnwAUszANS AN
VDATANAVDIIDUATIZI 3 T8 bAA 35 Original QUECHERS (Anastassiades et al.,.2003) 75
EN QUEChERS (EN15662, 2008) Lay 3% QUECHhERS wuU AOAC 2007.01 QUECHERS ( AOAC,
2007) wunikan1siesieilidunnaneiu wWisuiisuusunauansiunag clean up wuannsha
GCB 7.7 mg uaz C18 50 mg fiUszansnmaninisnisdu uadiUSeuiisunisainsegawuuld
flowugnfuides homogenizer Tuduneunisafinioganudildnanisinseildunnsai
asUTdl4Bnadey EN QUECHERS (EN15662, 2008) filnsld GCB wag C18 Tutumaunns clean
up {Juasfilunseaeumuldldvesizingai

3.8.3 nsnsiadouuldlavesisiiasz
1) fregansenaUa
VAdaU range / linearity ¥89353mevinuinegluaig 0.002-0.7 pg/s

19An 1 aguﬂuszm 0.9950-0.9998 sy aldicarb-sulfoxide, aldicarb-sulfone, methomyl,
dicrotophos, imazalil, thiebencarb, Wwaz benfuracarb &A1 r < 0.9950 #A1 LOD 7 0.003
me/ke wazAl LOQ agﬂuﬁd’s\‘i 0.005-0.01 mg/kg (8L aldicarb-sulfoxide, 3-keto-carbofuran,
thiobencarb, indoxacarb, way benfuracarb lalanansadiuanen LOD wag LOQ ldiiosannlsian
% recovery MUY @71 accuracy AN®N 3 SEAUAMINTY tAuA 0.005, 0.01 uag 0.1
me/kg WU ansTinunasieensuiian % recovery ag/lur9 64-110 TA1 % RSD < 20 (8N4
aldicarb-sulfoxide, aldicarb, 3-keto-carbofuran, thiobencarb, indoxacarb,way benfuracarb fiAn
% RSD > 20 uag % recovery Lid1utnael) finw intermediate precision WuiiiA1 HORRAT
ag/luv79 0.08-1.64 (8nLIU aldicarb-sulfoxide, aldicarb, 3-keto-carbofuran, thiobencarb,
indoxacarb,kay benfuracarb @1 HORRAT lain1usnaus )

2) 198 NRNNINNDI

nsAnY matrix effect wunansunitoulushedndlifinanssnusonis

nagEau (8nLiY 3-keto-carbofuran) range / linearity ¥@4383LAT1NUIIgIUYI9 0.002 - 0.1,
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0.002 - 0.3, 0.002 — 0.5, 0.002 - 0.7 kag 0.005 - 0.5, 0.005 - 0.7 meg/ke (8nL3U benfuracarb
Tanunsaussiuanududunsdddiiemn % recovery liiinunai) a1 LOD wirfu 0.003
me/kg WwazA1 LOQ winfiu 0.005 mg/kg (8ntiu aldicarb-sulfoxide ta@1 LOQ winiu 0.01 mg/kg
WAYNUIN 3-keto- carbofuran, thiobencarb wag benfuracarb laa1u1sauseiiual LOD way
LOQ giiled91n % recovery Tairnuinaut) d3u accuracy Fnwn 3 seumududu 1dud 0.005,
0.01 wa 0.1 me/kg (n=10) NUTIEFTHILLNTBENSUTAT % recovery agluya9 60-120
(@il 3-keto- carbofuran Tl uLnausiseusufl 0.005 me/ke thiobencarb ik uLnaueid

0.005, 0.01 mg/kg @ carbofuran wag benfuracarb Lk unasINANULLTUNNAERY)

3.9 mMsasrvdeunulYdlavesisisziasiunnAne aasnilunadnn
(organophosphate) aasn1luaaaiu (organochlorine)lw3nsass (pyrethroid) Arsuun
(carbamate) wazeanslasiundalsane (fungicide) Tunzsiag ale NiFsuLazisnna183sN1T

QUEChERS uazimaiialasuninnsvuagauninsiuniveswissuinnis aw. 6

nsndauAUlYlAuesIsaaeu In house methodbase on QUEChERS
miemalla LC-MS/MS 984a13ng3 organophosphate 19 ¥l Tudiagnauesiag wuin range/
linearity agluyae 0.01-2 mg/kg HaNAABY accuracy fiaaudd®u 0.01, 0.5, 1 way 2 me/ke
Wuinil % recovery aglugae 70-120 uay A1 HORRAT <2 %aagﬂumm%aaﬁu A1 LOD WA
0.005 uaz 0.01 mg/kg WazA LOQ winfu 0.01 Hay 0.02 me/kg

nsnsvaeunultlaveIsnandeu AMadeu In house method base on
QUEChERS sewnaila GC-MS/MS Weed1snay organophosphate 21 ¥ila wagansnay
pyrethroid 4 ¥ila Tuiieg1ailsnanydn range/ linearity aglunag 0.01-0.2 mg/kg HA1 R*>0.995
NaVAEBU accuracy finadudiu 001, 0.5, 1 waz 2 me/ke WUIdl % recovery ag/luy9 70-
120 wazA1 HORRAT <2 S?fﬂagiummﬁﬁaam%u A1 LOD winfiu 0.005 Wag 0.02 mg/kg LagA)
LOQ winfiu 0.01t@z0.05'mg/kg

3.10 msnsvsauANldlavaisiasesiarsienndnenagy aasn1lunaawn

(organophosphate) wazA1sulun (carbamate) TunziUavasasUjunnis aaw. 5

n1snTvaeunUlyliveisinseia1siynnA19Ngx organophosphate
97w 20 vl en carbophenothion, chlorpyrifos, chlorpyrifos-methyl, cyanofenphos,
cyanophos, diazinon, dichlorvos, EPN, ethion, fenitrothion, malathion, methidathion,
parathion, parathion-methyl, phosphamidon, pirimiphos-ethyl, pirimiphos-methyl,
profenofos, prothiofos Wag triazophos A1875 in house method base on QUEChERS EN
Method (EN15662, 2008) 3ta512%038 GC-MS/MS Tudingnausile wuandaan1sioauwesis

31A51298lU9 0.01-1.0 me/ke NaNAABU accuracy finnadudu 0.01, 0.05, 0.1 waz 0.5 ma/ke
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wuinil % recovery ogllutias 70-120 wagen HORRAT <2 Fsagfluinamiveniu T LOD winifu
0.005 mg/kg Lag LOQ wirAu 0.01 mg/kg

nsnsiaaeuanulylivedisinseiansiiynnAangy carbamate §1uU 12
200 Lawn methomyl, carbosulfan, promecarb, methiocarb, 3-OH-carbofuran, 3-keto-
carbofuran, carbaryl, ethiofencarb, pirimicarb, isoprocarb, propoxur tag fenobucarb f870
in house method base on QUEChERS EN Method (EN15662, 2008) 3tA51z9na8 LC-MS/MS
Tushethwzdenuindennisldinu 0.01:0.2 me/ke Navaaey accuracy finnadusu 0.01,
0.05,0.1, 0.5 uaz 1 mg/kg WU % recovery aglutie 70-120 uag A1 HORRAT <2 eﬁqagﬂu
Wnaeansy JA1 LOQ 0.01 me/skg ag A1 LOD 0.003 mg/kg (8AL31 3-keto-carbofuran dn
LOD 0.005 mg/kg)

3.11 N15A52980UANUTYlAUB9ISAATITHEITNEANAIY ATSLUUATTY

(carbendazim) Tudlauaswsn vaswasufifnig am. 1

3.11.1 amwmiﬁwmmmméaa LC-MS/MS

1) UHPLC : Agilent Technologies' 1290:infinity I UHPLC
Column : Agilent Poroshell 120 EC -C18, 3.0 x 150 mm .2.7 um, 30°C
Mobile phase A : 5 mM ammonium formate +0.1% formic acid in water
Mobile phase B :'5 mM ammonium formate+0.1% formic acid in methanol
Flow rate : 0.500.mL/min
Stop time:.20.00-min
Post time : 3.00 min
Injection Volume : 2.00 pL
2) MS*: 6495000
lonization : Positive/Negative switching
Gas Temp : 120 °C
Gas Flow : 16 L/min
Sheath Gas Heater : 375 °C
Sheath Gas Flow :11 L/min
Nebulizer : 45 psi
Capillary (V) 1 3500 (positive)/3000(negative)
Precursor lon :192.1
Product lon :160.1 and 132.1

Retention Time : 4.29 min

32.11.2 MsnsvdeuANUldleveisiwsei
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ps1vgeuANldlaveitinseasasiuunulnglgis QUEChERS
TushogrmBnuazdle anviieseideises LCMS/MS wuitismsinansseiiaseglutag
0.005-2 me/l HANSVAEBU accuracy Ainnandudu 0.01, 0.05, 0.1 waz 0.2 me/ke WU
% recovery aglutag 71-115 A1 % RSD aglutis 3.6-17.7 wagA1 HORRATagluY34 0.24-0.84
A1 LOD winfiu 0.005 mg/kg wag LOQ Wiy 0.01 me/kg 357L1AT184l specificity @unsauen
firveIAULANTNININATTEUENITALIY NNTVAFBUATINAVIUAENISIUABLUUaEN1ZYes
msnageu Tnenmaiinszeznalunsdusienin 3 wiidu 5 uid vegeufinanududu 0.01
me/ke YinanUTeuisufuAsunife 3 undl Fafidn HORRAT ¢/luv39 0.7042-0.8369 dlowiy
nadu 5 unfinudniiAn HORRAT wihiu 0.4977 fadunisiiuszevnanlunstiumiesisling
FONNISNAGDU EIUNTVNAFDUAILASNUVDIIDATIZA Immﬂﬁauﬂmaau nadoUfiAuELy
0.01 mg/kg WUINIBUATIFLAIIUAINY Im;ﬁmaamu‘ﬁ' 1 uag 2 A1 HORRAT= 0.7042-

0.8369 uay 0.3903-0.4282 muandiu Feegluinamisonsu

3.12 m15as2vdauAuldlavesdtinsziasnennA1en28735n115 QUEChERS
yasa1snguaasnilunagn (organophosphate) 2a3n1luAga3Y (organochlorine) waz

Iw3nsewa (pyrethroid) Tuw3nvasiasufjuinis aaw.1

nadeuauldlaveitinseiansiiyanm1anNgy organophosphate 24 %in
organochlorine 3 ¥l wag pyrethroid 5 tin Tungn A1835n115 QUECHERS wazimalin GC-
MS/MS Wu31 range/linearity ves3isnaaeuagluaie 0.01-1.0 mg/kg NAABY accuracy fiszdu
ANULLNTY 0.005, 0.01, 0.1 Uag 0-5mg/kg WUNE % recovery agluyae 70-120 uag AN

HORRAT <2 #eaglutnausivet U

naaounUlglnveitinseiasiynnA1INgu carbamate 16 vliane
33115 QUECHERS uazmaiin LC-MS/MS wuindenawasnisiafl 0.005 - 1.0 me/kg @1 r > 0.995
gnIU carbosulfan, benfuracarb way aldicarb-sulfone nNsnA@BU accuracy SEAUAILULUU
0.005, 0.01, 0.1 i@z 0.5 mg/kg NA1TeUT % recovery WuIsERuAIELY 0.005, 0.01, 0.1

wag 0.5 me/kg fanslinunumieensu 16, 5, 12 uag 14 sEaRUaAU

3.13 N15M529a0UANUTYlAYD9ISN1IATILRENSNEANA19A2835 QUEChERS Tu
Aag1enaldnga High water and low or no chlorophyll content faginaiia LC-MS/MS

t% a wva
YDINBIUHUANTT 8.4

N159M579@0UANULTLAYDIITNNS QUECHERS LDILASIEVEITHYANAIGTIUIU
55 in Len fenobucarb, fenthion, formetanate, indoxacarb, Isoprocarb, metalaxyl,

methidathion, methomyl, methoxyfenozide, mevinphos, monocrotophos, oxamyl,
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phenthoate, phosalone, pirimiphos-ethyl, pirimiphos-methyl, profenofos, promecarb,
prometon, propoxur, pyrazosulfuron-ethyl, pyridaben, quizalofop-methyl, quizalofop-p-
ethyl, rotenone, tebufenozide, tebufenpyrad, temephos, thiacloprid, thiamethoxam,
thiobencarb, thiodicarb, triazophos, trifloxystrobin, triflumizole ag zoxamide Iuﬁﬂjmju
high water and low or no chlorophyll content (@meLuas3 M) WUIHRNTTAMELASEq
LC-MS/MS 8glugaa 0.005-2.00 ug/mL n15nAgaeY accuracy fiszduanuudu low, medium
wag high (n=10) nuTanssunaeigausuduu 51 viia I5naaeull working range o
11939 0.005-1.0 pg/g A1 LOQ aglutie 0.005-0.1 pg/g uaw LOD agluyat 0.001-0.005 pg/g
nsnsvaeummltlaresisiinngivesasivanAsdiuau 19 vila laun
atrazine, clomazone, coumaphos, cymoxanil, diazinon, epoxiconazole, ethabozam,
fenoxaprop-p-ethyl, flonicamid, imidaclopid, monocrotophos, omethoate, pencycuron,
propanil, pyraclostrobin, pyriproxyfen, quinoxyphen, triazophos ag tricyclazole Tunalsl
ﬂﬁjll High water and low or no chlorophyll content (@noLueds @Q;"LJ) Wy sinseLades LC-
MS/MS agllugag 0.005 - 2.00 pg/mL NMsNAEBY accuracy, fsziuanuudy low, medium
wag high (n=10) Wundanseunusigausud 19wl 35naaaull working range o

134 0.005-1.0 pg/g A LOQ agluria 0.01-0.05 pe/g war LOD agluyas 0.005-0.01 g/g

3.14 msnsdauauldldvesdSnsinsziasiennaanguaasnilunasinn
(organophosphate) uaglwinseas (pyrethroid) Tuvunuazidnedvasiesufunins

AUGITIUATWAILINITNYATNIYIUYT

n519aaUnlYlAveIis gAY Buffered QUECHERS (EN15662, 2008)
ﬁuaqmiﬁwmﬁwﬂdu organophosphate 20 ¥ila lein chlorpyriphos, diazinon, dichlorvos,
dicrotophos, dimethoate, EPN, ethion, fenitrothion, malathion, methamidophos,
methidathion, mevinphos, monocrotophos, parathion ethyl, parathion methyl, pirimiphos
ethyl, pirimiphos methyl, profenophos, phosalone Uag triazophos wagngu pyrethroid
U 7 98 lawn bifenthrin, beta-cyfluthrin, cypermethrin, deltamethrin, fenvalerate,
permethrin waz cyhalothrin A5293AT1¥EHELA30 Gas Chromatograph finasad

1) fpenevasy
N13NA@BY range/linearity ¥94353bAT12WAI5NGY organophosphate ¢
1939 0.02-1 mg/kg waw pyrethroid ag/lugaa 0.01-1 mg/kg den correlation coefficient 11ANN
0.995 n1Inmadauaccuracy WUIHAT % recovery agﬂmm 71-119 wag precision 31A1 HORRAT
Weeni1 2 n1snAaeuel LOQ Wul1a13ngu organophosphate agluyia 0.02-0.1 mg/kg a@nsnau

pyrethroid i aglutag 0.01-0.05 mg/kg @UNTMAHDU matrix effect wuinflansiiuau 6 vialu



ngu organophosphate laun dichlorvos, diazinon, pirimiphos-methyl, pirimiphos-ethyl,
parathion-ethyl, ethion wagaislungulninsesa 1 vlla leun deltamethrin 7 matrix Liifnaste
NFIATIENFIRE YUY

2) fetsiiine

N13MAADY range/linearity 3531A1¥9@"5nqY organophosphate wa

pyrethroid 8gluy39 0.01-1 mg/kg laeilen corelation coefficient 11nA91 0.995 N1sNAEBY
accuracy 1#1 % recovery aglutae 73-114 @3 precision A1 HORRAT Hoenin 2 N15nAdey
A1 LOQ wudansnau organophosphate aglug3e 0.02-0.1 mg/kg naal pyrethroid aglus
0.02-0.05 mg/kg @ matrix effect WuIa1591UIU 15 %ﬁmiumjm organophosphate laun
dichlorvos, mevinphos, diazinon, dicrotophos, pirimiphos-methyl, chlorpyriphos,
parathion-methyl, pirimiphos-ethyl, malathion, fenitrothion, methidathion; profenophos,
triazophos, EPN Wag phosalone LLazmﬂuﬂfju pyrethroid 2 ¥fla loun beta-cyfluthrin Lag

deltamethrinii matrix hiflnasanisnaaau

agunan1sIdeuazUaLauaLYz

159713 FTuasinuTeuUNIn T eRasiunnAsvesansUasiumdndngivy
finsAnedieszitazasvaeuanllylavesisinseiveasiiennasly parameter #1499
lAuA range/linearity, accuracy (Useifiuaan % recovery wag % relative standard
deviation; RSD), matrix effect , LOQ (limit of quantitation) taz LOD (limit of detection)
WnsnageuALluNTIINTaARUAURS SANTE/12682 (2019) uag Eurachem (2014) tngusi
¥9USU accuracy Ao % recovery 70-120 wag precision 31 9% RSD < 20 (SANTE/12682, 2019)
gausu precision 71 HORRAT <2 (Horwitz, 2000) d1wiuwnausieeusyu matrix effect & % ME <
10 (NATA, 2018)%38 % ME < 20 (SANTE/12682, 2019) 1a53n15dl 3 Aanssu wan1saiiunis

[

D!

md)}

1. WAILNATANITIATIRETNEANAINBLNAINAINTAVRIRRIURURNS

MsfneITlessiiduisiamevetansidniufia 16un paraquat, slyphosate,
aminomethylphosphonic acid, glufosinate, bispyribac- sodium, imazapic, pendimethalin,
hexazinone, 2,4- D way MCPA feghsitdnwildun Tufiu 1 HwnszQadunazSyiy Iagldinaila
oA HPLC, GC-MS/MS uag LC-MS/MS wudndsinseniiussaninmedluinaeiseusu

N13ANITIATIERaNTRYRNAwAzaLRUG Laln flonicamid, amitraz wae
spiromesifen TuitwnszQauns vnsenauzilouasnin n1sfnw1as chiral pesticide 6 viin

Tungaing wagansiiunnA19ue) NiinsAnwILuU multiresidue laitpanin 250 wiin Inadnw
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https://www.eurl-pesticides.eu/userfiles/file/EurlALL/AqcGuidance_SANTE_2019_12682.pdf
https://www.eurl-pesticides.eu/userfiles/file/EurlALL/AqcGuidance_SANTE_2019_12682.pdf
https://www.eurl-pesticides.eu/userfiles/file/EurlALL/AqcGuidance_SANTE_2019_12682.pdf
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Tushetnmaneiin Wun euan iu wezdiwaldl 19 wfin danlngld 55 QUEChERS wavdl
y9duly Steinwandter (1985) lagldimatia GC, HPLC, LC-MS/MS, GC-MS/MS Wu3138
WaTzviiusEansamedluinamieausu

N15ANWN matrix effect lun1sas1adiAsIER@Ns 77 wlinmedd ethyl acetate
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