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UNANEa

MMINeaasanIzimazan lumM ANzt A UanA1e TuNaNsLZ
WMALB0ILLNAIBLAIDILATINLANTINYBWAITNTIANI NG (HPLC)  wuhan iz
MNIEFNFIVSUNTINIAVNHAD 1FAaNUTHaASUDU-18 810 15 WURLNAT
PNAFUEIUGUENSN 0.40 HUALNGS 21aMaaZy 5 ulaswes TEamawmasuuy
fluorescence MINANANNENAAY excitation 265 W ULNAT emission 470 W1y

Y a P PN ¢ Piw . . o '
wes  ezdlaslulasauazazdlasiuless Ahmemsuanuuy isocratic TuansIaIw
97 : 3 \Wumawdaud MyuaaasIMItusnny 1.5 Na8an5/109 USiesmsaia 20

o = &3 Y ] =N =N % a = o
lulasans aswanessrudianmiluiduaseluzie 0.03 — 2.0 fiadnsu/aas Aadiad
regression coefficient, r* = 0.9998 Amsanaiivanzaude THazglaslulasd 30
NaadnInamaEN 5 N3N LasiaNNgzaassanaat s lgaanadngunsadu
(SPE) #fiam35uau-18 szau LOD wmau 0.003 fiadaniu/nlansu seau LOQ whnu
0.01 HadnJu/Alandy IBMTAATIERElaNNgNdauazuud 1N laslaTaaasms
AUNBULINNY 96.52 HANTIATIVHENTUNNAAUANA N LUKNANZLT DN ANSINITAA
Wuuiues 5 — 7 AR 93N 8 A3 waslumuannn 9 u 538 7 A58 waUsngH
Tunanz@anaAa Iz UNANAINANBIDEINAL) LUdUAINLSN VaINUUI
anadaENg 9 unansmMIanssravastdiafuluirnsaasdsnunanda luaiuwn

< 1 | T = v = YV ; 1 v d. [
ANANISINT) vasRanUen 2 2 USinaiasena1anasmne MRL wastianuly
5 YUl wuasana1eLas §15OnAN INaNE@amad e lgszasa Y 14 M USinn
A5ANANNBAAINNNAT MRL tazldscazinuin 37 11 WzamaiIvae naia
SPE 8z HPLC A9nNanIt@sIsvikauanin 12 30 tNovasUNafuane N wa
Unngildnuasenais 9 gfia wussanangInd MRL 3 #ila



Abstracts

A test of optimum conditions for analysis of abamectin residues in tomato and snap
bean fruits was carried out with the use of HPLC. It was found that the optimum conditions
for the analysis are as follows: Using carbon-18 column with 15 cm length, 0.04 cm diameter,
and 0.5 um absorbent; fluorescence- detector at 365 nm excitation wave length, 470 nm
emission, using acetonitrile and 10% acetonitrile/water with isocratic mixing at 97:3 rate as
mobile phase with flow rate at 1.5 mL/min and 20 pL inject volume. The calibration curve
had straight line at 0.03 to 2.0 mg/L; regression coefficient value, r =0.9998. The appropriate
method for extraction was the use of 30 mL of acetonitrile/5 g sample;-cleaning the sample
with SPE carbon-18 at LOD Jevel of 0.003 mg/kg, 0.01 mg/kg of LOQ level. This method
showed high accuracy and precision with 96.52% recovery. Results from the analysis of
abamectin residues in tomato fruits right after spray and at 5 — 7 days intervals for 8 times
showed that the residues-reduced very quickly at first week then declined slowly since then.
The abamectin residue reduction in-both kinds of fruit was different. The residue in snap bean
reduced more quickly, only 2 days after spray, the residue dropped to lower than MRL value
and none was left after 5 days. The residue in tomato fruits took 14 days to reduce to the
amount lower than MRL level and took 37 days for depletion of the abamectin residue. Using
SPE and HPLC technique to analyse abamectin residue in 12 kinds of vegetable produces,

three of which were found of abamectin at rate lower than MRL value.
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d19UAIIN

M3

1. msdenldniiadgatduly SPE Cartridge

2. anNusaaNaiazas (Solvent strength)

3. Within Laboratory Method validation Criteria for Analysis of
Pesticide Residues

4. fuiievesshsarmesnaspiasuiiiaduusazsrauanudag

5. wamsanauaz clean up ae SPE #iia C=18

6.  wWamsanawaz clean up @28 SPE %l aminopropyl

7. eenulssumnaspiunnmaths dssduanududu 0.02 mg/ke

8. MenueUNasTIUTINMSME HsLauaNNENE 0.003 mg/ke

9. eAmnudsnuEINaIIUTINMhE PsrRuaTIE gy 0.01 mg/ke

10. Sagazmsaunsunasanndeny ludegdiuaniiiafne repeatability
fiszuanuENy 0.01 me/ke

1. fesazmsaunduratazindinduiiadnu repeatability ludanghedauan
fiszauanundy 0/02 me/kg

12. $asazmsdunduretazuniinduia@nen reproducibility Tudaghadauan
NI 2 A1) B 10 % HszAuanuENTy 0.01 mg/ke

13, $agazmsnunaurataruiafuitadne reproducibility Tudaghatauen

WU 2 %0 ) 8z 10 B NIEAUANNLNIY 0.02 mg/kg
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a1 (6a)

N

14.

15.

16.

17.

18.

JazazmsAunsuzatezliafuiNadne accuracy Tudiaeemuan

NI 4 %09 8z 10 D) NILAUANNLNIY 0.01 wez.0.02 mg/ke

Usinaazuniiafunena N lusaurarasmsaanu lusasuuzi
Usinaazuniafunand i lunsiiamanasnmsdanulusasuuziin
HamMIeNsimUBinaesuiisfuandlunandannnuaaussydesiva

v = [ o a < a % [
Sazarmspunavlumsanamusinaezuniniuluaiaca
HNWaZNG LNTTaee 9
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U IN

2N
% [~ a
1. Tassasnluanazatasuningy
2. JumaumMsly SPE
= L4 = U s )
3. M58anly SPE lagNansanananinnsasaleuatasaias

4. TasinlnunsuzsansinNassIuszuninaunaNuLLTY 0.03;.0.05, 0.1 mg/L
] = & A P a o Y o = J a
zlsinuiinaezuniliniu Walaszimeeses HPLC fumaeassie
UV/Vis ienueniaai 245 nm Usunasnisae 50 pl

& a A Y Y
5. TmmTwLmsmmmsmmgmazmmﬂmuwmmmmu 2.0 mg/L
Walenzanaaiay HPLC dwmatnasaiin UV/Vis 101ug110aU 245 nm
US09119526 50 pL

6. Tasmnlnunsupesansnasyiuastniladunanuengy 10 mg/L
Wadwaneiameteias HPLC Guataasyile UV/Vis ienuenaau 245 nm
Usunasmsae 50 pL

= A L4 Vv
7. Imm‘[mmsmmmsmmgmazmtﬁﬂmu‘nmmmmu 0.03, 0.05, 0.1,
0.2, 0.5, 1.0 uaz 2.0 mg/L Waaeviaaasas HPLC finanasyiia
Fluorescence N91IN8NIAAU excitation 365 nm, emission 470 nm

USunesnmsie 20 pl

8. Calibration curve aade5NAsHIUBLLNARUNANNENGY 0.03, 0.05,
0.1, 0.2, 0.5, 1.0 waz 2.0 mg/L

9. lasanlnunsuuas spiked sample NiszauaNNANAY 0.02 mg/kg
24 clean up ¢ SPE %iia C-18

10. Tasanlnunsuuas spiked sample NiszauaNNANIY 0.02 mg/kg

%4 clean up ¢l SPE %ila aminopropyl
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11

12.

13.

14.

15.

16.

17.

18.

19.

20.

21.

22.

23.

drtunIn (6a)

. Tasuinlnunsuaas spiked sample Nsz@uANUENTY 0.02 mg/kg
%4 clean up ene SPE %iia Alumina-B

TasunInunsuay spiked sample AszAuANNANTY 0.02 mg/kg
%4 clean up @ SPE #ii@ Silica gel

TasunInunsnag spiked sample AszauANNANIY 0.01 mg/kg

%4 clean up @28 SPE #1i@ graphite carbon/aminopropylsiliga gel
msaaeimeestnfiaaulumien fanwulusesuusii
mssanadasazudiedulwedame Aaanulusasuuzih
Wisufisusanmssansdsiesuleduludiuanuasasiame
Funpumatitatuiunuszazdamely centrifuge tube
dmaumsiivo=dlalulasaludathi

gunaumstonlmdaneanlsatssana 1 nsuavluaiazg
WaLWNSzBNS M WMSENe (Salting out)

FUNDUMILANINAAIBENAIHLAIDI Homogenizer
JUNDUNIUNUMIENGIDEN AN AzNBUAILLATEN centrifuge

MsUSUUSINATFNTENAAIBENMIEINNU LY HUSNINS 100 m

JUABUMS clean up Ssanaeae e SPE logldilaias manifold
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unin
1.1 fnuazenudragaasdam

< a . I = Y v o W I <
pzUNiAAY (abamectin) (Huasieiitlasnumialsuazunas Wuaseangnd
-7 - L = QG’ o = 1 ‘3’ ‘ﬂ' =
MAAUNBIUUTFNR LA UMY pBRgNDIagssuulseam UnanatiiaEadssami
Uszansamwlunmsiaavuauuaziaasniiona g lad mlddgieninldiuedi
] 2] = aa v = I a
UWIHaE FTINBNNYHINTVaINaNElaTINTTaNeIe Hanailuly (LDs) mathn
WAy 11 Hadnsu/Alansy nuiamtawiinu 330 daansn/Alansn (luvynaasd)
= v < a [ < a T 1 L NN 1 d‘y .
el azuniinduliseslyivaaun uanauiinuaaUauasiegs (luda rainbow
trout §A LDs tinu 3.2 ulasasu/alansy évsuiaien LDsy mamsaNeainny
0.002 luTasniunsu/aie) (USH, 2542) sxunlledvazamaailoamsgnaandlod
wazynsenmsaanadiniiaionsuss sentndasiiazueeduseniemsimnsign
(Kaandorp, et al, 1989) sthalsndansafiaiiiannarluuaudn danadau GT
Pesticide Test Kit ldannsaniadaule wiludSanasnn tiasanarseanarla
#aNsadusanIinuzaataulasl Cholinesterase M4 LaiaansansivuSanmans
nonanlunandairiianulassadadaguilaaviali uasdimnarsaenadalal
anaguasdivsmnamnsenmuiuszauanessIuh FAO/WHO Codex fvuanaziilu
Uaymeaguilaauasmsdiean  dumgamasmaszinald meanenssums Codex
FAQ/WHO lamwusi3inannagage (MRLs) wae azuniaduisanlviluwalad
Waen 0.01 84 0.02 Nadnsuzilanin FududSuaAmaNNilaWisunUasSHIn
WNa97iindY (A1 MRL  zasmeslwswadimvualilunsa) 0.05 Naansu/dlansy
4 a o val A a al v v & =2~ o I 4 o a o ~
2953 vrua i 5 Jaansu/nlansy) setudedanudndunssrinmsilewiem
i sanauasa NNz USnaezuladulunandnzaelasensnae azunla
duluarsnaglunauidennu aznawiindiuy (avermectin) Filanwasmalassasaiy
' . o ] o & v a a = a ad
"mlumiwmu (Macrocyclic) PNNINN 1 aﬂmmwammmﬂ@aumﬂumuma
Streptomyces avermitilis. dzundinduNnazusenaulume avermectin By, 410

80 WasEue uazil avermectin By, ¥o8n1 20 Wasidud (Pozo, 2003)



OCH, ABAMECTIN

Component By, R =CH,
Component B, , R=CH,CH,

mwii 1 Tassaeluansuatazunila@u (Diserens, 1999)

Mste3eNagNnauAawszuy High Performance Liquid Chromatography
(HPLC) u@az Gas Chromatography (GC) lutiumsufisaganniiiaannmniias
o oA o v . o Y &, v
andsnludagenaiansoinlid Analytical - column  FANMumtgaey (umglv
Useandmwmsuen (Resolution) @nala (Sensitivity) anasauteasanilidananinle
a = Aa' = d' v a 3 |l 1
wazanatiniie (peak) Mndantsnlusumuiiazasmsiidaditanziauliainnsosu
ale dmsuasaniiyes GC wnandsnuisaaauanamldauamwidulamenslden
MazalafivinzaniinIsanalagadinaNsogalaanaiunuiimiigiaiaiie
enendasnily ugdmsussaniiuas HPLC wuimlaeninn dasnnazilveny
nasssuvinluedsguiudedinavilvssuueses HPLC naayiany aaiuismsin

angadematlasnulilddsandsnuinldezanlunasuid lagldismsesandadand
FUADULNINIZIN (Lwaz), 2548)

Turuasumsiasandiade nalinmsananlginannigads Liquid-Liquid
Extraction (LLE) waiidaidadasiapadiany 1nannu ldedasumwaadui v
< Q' Q' 1 c{' a S W o = = a’d‘ Yy
Wumstinudandsnand 9 $azansunIumsieszy aharaIedunsan gl awna
wazlgluuSinanunn Bawaannmsldnuuaasiivtlamusivdadandaumanas
MIUUIAITANUTNIUAS LT 88y §IVsuUNISIEIsanauuy Solid  Phase
Extraction (SPE) (Hlumailamsiasanalatnanihanldununaiiabn loalides
Futldaaan ldnaann wazaadsunamslgamazaradunsdas 35 SPE Avanmsaas
AU LLE @59913%anns partition (»Raunuua@Nnuasenms partition lulaiie

U (% = [ U a 1 <A

SEPITNYBUNAINUADUVAINNBUNUYEY LLE  ueaztinssniNNuaauia@a absorbent
lu SPE cartridge Avzaumaiiiinasly daduasmsld SPE faninsaaqulvinuaude
R



1. anUSwnaahazmedunidas

2. Uszndganm

3. antufauMIOSENGIatasRaiimsane Ml unaiu uaz
ms clean up lutuasudei

4. #figuay SPE denuvisnviaganansatdan labimanznunulads

(% 3 [~ Y < a n}l ] 35 =
aatiuazriuladn SPE WimallaNEiean AN NI NY BT UABUNISHTEN
M98 WazIRasNTUMUMIIETEYann U Wiyl szanSMwmsienziuas

[ ¢ a

#aargmsldnueaani 35mslY SPE i 4 2unsu Az

o 0 . I = o o Y v o v @ [ 1% L)

1. Conditioning (Jumsiasaudigetuliniannazssesuaiangn araa

aznagiananzanliien Wy wsiuea aaslsWasu uaraneinazaIane
a3 Teadasszlililimgasuluapaniin

2. Sample Application %58 Loading Uuauasunldaiadaslilunasul
wedunumgauly SPE cartridge

3. Washing ({lumssuiiazasmsiudou viamsnlimansaduiuaigadu
28N

4. Elution tWumszzorasnaulasen lealdasazaranienuusawanazly

]
v

U NABINATIZY TNTUAUAIQATY FIMNN 2

Conditioning solvent Sample Washing sample Elution solvent
y i o
% W (//
7 7 Z 7
H ’///2 % % 2
\I_( T?J NS N
?
O O b b
Conditioning Sample Application Washing Elution

Wi 2 Sumsumsls SPE (Baker, 1991)
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< ) @ Y] a A& Ay < PP
M liasanuansneasnsazuen lumsuanasnaulavsanadasmsuanmnituansnlas

) (Hydrophobic)

Ms@anmgetuitninzanmsziiguanidmiiaunudaliizn

Wy miusu —18 (C18) anvazrasnshanldazagluslues bonded silica o

9 a J & Y J a N & a v o v &
aoaduniinmsuau-18 dansaldiwnziasdunidusinaiasludiaginn laglaly

AMsUENaETIWIND LTI an A sazaraNNIduaiazats dINISoNNTAN

Wanldmgatulamumsni 1

anai 1 madenlduiiodigadulu SPE Cartridge (Alltech, 2002)

gduumsiay | sliavesdigadi Aaaruiia MIAATIEH
(Mode) (Sorbent type) YDIAIPATY
. Ed
Reversed phase | C18, C8, €4, | Hydrophobic Tduenens lifidmSoasngy

C2, Cyclohexyl,
Phenyl

bonded silica 1y

g A aw
FanseNvathunals

hydrophobic eenain

@3aza1e aqueous solution

o E— =7 o
Normal phase | Silica, Florisily'| Hydrophilic 41 1Huenarsiiiiiesnain non-
Amino, - Cyano, polar solution
Diol, Alumina
Anion SAX Anionic 1Huenansi leoouilszgay
exchange compound
Cation SCX Cationic ldusnarsilooouiszquan
exchange compound

YpnNINUIEISaaanTlieund SPE lasNasanamngniamsasagyasasn
v o o
aulald aenwd 3 (Alltech, 2002)

Organic solyent soluble

l

SaI\ple

d
<

»  Water [oluble

MeOH & MeOH/HZO Hexane soluble lonic ———Non ionic
Reverse Normal Normal Cationic  Anipnic Reverse
phase phase phase phase
(Bonded) (Adsorption)

y
( CN.C18, Phenyl ) C CH.NH.. ) C Silica, Florisil ) (scx) (SAX) (CN,CI& Phenvl)

P o~ v a va o '
MWD 3 M3aanly SPE Tagdansannnanufnsasalsuatasaiae




Safiansdiladamsld SPE damsidenlddmiharareildluiunaunsys
(Elution)  wazsanmslua (Flow rate) #ilualaznsidasagaznmsiunay
(%recovery) wasansnaula wé'ﬂm'il,ﬁaﬂwﬁﬂwaqé’h‘ﬁwazmﬂﬁuﬁ’wﬁmﬂméﬁ@m%ﬂu
SPE cartridge Taamlushgaduaiinfiiiu reverse phase asldminasmeianiosly
qudalaifien §m3U normal phase az@anlddhazaeiiiTthunaaudeiaann

§21 anion exchange UWiWasnussndae pH i

§1w3u cation exchange ~aglfiiWinasiiusevias pH g weNNIEaR e
RANTAN TR NNUTWBITIaza s (Solvent strength) FadarhasmeniaNuusunnas
snsarzansnaulasaninldinaues udismmsossmassiidumnsudlounda
matrix 88NINAIY GIUIIRBEanDGaTMEnANNLsIINsaNTuanshaulauay
hgatu Aefianuusaweiasazansiiaulasaninudliiliansiuiaugnazaanan
e nanmaidenldfmiazaisfe tuaaums washing msdenlddvnazarsyiia
weak elution strength uaztunaums elution msiaanlddmrhazansniia strong
elution strength lutumaumsidndiaghansams loading Fvharmeildaisiianu
ussimangan limsasienuusanniullilasmnasilimsdaedegnazaaninan
SPE aunuaunuiiazgngadulilunadu

MINT 2 SERUANINUSBNFTNaTY (Solvent strength) %1619 9 (Alltech, 2002)

Normal phase Solvent Reverse phase
elution strength elution strength

Weak Hexane Strong
Isooctane
Carbon tetrachloride
Chlorofrom
Methylene chloride
Tetrahydrofuran
Ethyl ether
Ethyl acetate
Acetone
Acetonitrile
Isopropanol

v Methanol
Strong Water Weak

A

SasmslnavasdhazmelutuaaumsuSuamn (Conditioning) laitiu 25
mL/min %v'umaumslﬁuﬁmshq (Loading) aalu SPE LLasﬁv'umaumsm (Elute) aaald
TaiiAu 10 mL/min wiialilamsaunduzasansig ualuneadasnansozaniuleisn
mMslua 20 mL/min




Tuilgidsiminsanlumsinnsiasunifinduialfinias LC-MS via LC-
MS-MS  Fueiasiiadinaninmgann dmiumsiseasaiinsmimaians
Aensezuniiiafuandsludnuazua limawmeiiadaialasinInnnilanssanngs
Togasinifaduiiandsazgnadadiednasmeivanzay uasiliuignslaamsld
mallamsanauuuingmenaduis (SPE) nniwhliiensiaeweisdasnlnnn
BlivaavaIUsednsaings (HPLC) %ﬂﬁ'ﬂaﬁuﬁmuﬁgmﬂﬂﬁu (Revert phase) wag
f057930  (Detector) (ilu UV/Vis #ianwuenInay 245 nm wsarlusywus
(Derivatised) @# trifluoroacetic anhydride AU 1-methylimidazole w&®519I068
fluorescence 7l excitation 365.am Waz emission 470 nm Tagldwniimasmesda
asndauanulFlavaiinasay (method validation) Gail

£4 act a " Y = %
1. MNYNABIYBNINAFBY (Accuracy)  UsziliuanmisaaasnIsAunau
(%Recovery) logmsitansifadwiinarsinasgvasluadaios 10 4

%Recovery = (;1 - QZ/C) x 100

Tog  x, -~ = USinaiienevle
- = oo T a [ v
X, = Usmnaiiiagianludadng
£ = Usinaiuaslumadg

DAANISHANSURLTUNUSEAUAN NI NI UNLA NS LR8N HI915199 3

@997 3 Within Laboratory Method validation Criteria for Analysis of Pesticide
Residues

Concentration Repeatability  Reproducibility  Range of Mean
%CV %CV %Recovery
<1 pg/kg 35 53 50-120
> 1 pg/keg < 0.01 mg/kg 30 45 60-120
>0.01 mg/kg £ 0.1 mg/kg 20 % 70-120
>0.lmg/kg £ 1 mg/kg 15 23 70-110
> 1 mg/kg 10 16 70-110

#31 : GUIDELINES ON- GOOD LABORATORY PRACTICE IN RESIDUE
ANALYSIS., CAC/GL 40-1993, Rev.1-2003. page 25.



<

2. ANNUNUII89IGNedaU (Precision) Usziiiuanspaazaaeadulszdnd
anuulsUsIu (%CV) laamsienziaagnidinasinassiuasliuagiaiss 10 9

%CV = (SD/x ) x 100

los  SD ALUEILUUNNATFIU

X AadslSnuasanaNa LU

< [ .:?’ [ [ Y ¥ A a v 1 v T a P
Lﬂil!'?/lﬂ’]‘iilE]N‘SU‘\]S"ZluﬂUitﬂUﬂ'ﬂNL?IN?IUVILG]NBQIHGI'JE]EI'N Iﬂﬂﬂﬂﬁli\ltﬂ‘uﬂ']“ﬂ

A P2 T [ P
SZ‘Lﬂ‘HG]']i'N‘VI 3 Wazuuay 2 anHUZAD

2.1 anuuwiudnnmIig (Repeatability)  Aa@miuiaanmsitezi
o VoA o v w e ) oA wa P~ Y = v A A a P
aadnnadlugadenny Imdmnou gufifeudenursaldiniesiaitenziaiag

LHEINUY

2.2 anuwiudainmeaining (Reproducibility) Aadunaainmsieszi
feNNENYALAIME AN TR dNEUieuIaeIliaiezy

1 v
[]

3. Usinmehgaiiosiatald (Limit-of detection, LOD) iflummiiaasiiiss
Anuasaradlonasavlumsananumsanasluaieds lasuaniuszauana
WNTY (mg/kg) ﬁ@‘i'wegm'luéhasiw?;mmsnmmwulei” Usziuanandeauwnasgu
°1umi'3mswﬁ€haziwﬁtﬁumsmmgmaﬂﬂiuﬂ%mmsﬁlﬂ°1 117U 10 31 uada
Munamear LOD lasszano

LOD approx = 3eSD
T8 LODypprox o @1 LOD lag/szana
SD = A L‘ﬁ'ﬂqwummgm

g o A v o p- @ ' Vet v w v @ & o
NNUUINMISHUGTUAI N LA L agtassNA@E IURAN NI NTUINU LODgpprox NUUN
MINOFDUL) 10 %

4 H

nariMsgaNsuAan i ldfav3aAINgINAININAT noise 3 11

] v
L]

4. ﬂ%mm‘i‘wqﬂﬁﬂ%mmlﬁ (Limit of quantitation, LOQ) Jumsiinasnuedi
anudnsorasIsnadaulumsmusunamsanaslumad laauanifuszauana
wudu (mg/kg) *71'6‘1:1qﬂiuﬁaasmﬁa’m'ﬁauaﬂﬂ%mmtﬂuﬁaLa?fl,@i" Usztiuanen
L'ﬁ'mmummgmiumﬁLﬂiﬂ::ﬁé'hasiwﬁLaumsmmsgmaqlﬂuﬂ%mmé{w ) IUIU
10 %1 WdAF AN LOQ Taaszana

LOQuprox =  10eSD



Tt LOQuprox = M LOQ Toatszann

SD ANUENLUUNINIFIU

& . PR | P~ @ ' Vet v v v @ & o
PNUUINMNSTHUTUAIN LALA8LOTHNAIDEN TR AN NI NTULYINU LOQapprox INUUIN
MINOFDUL) 10 %

P v oA Y o ' P A
LASUNOIYBDNIUP DA NN %recovery NIULDEUNOINGITNN 3

1.2 5mqﬂsgmﬁ'°zlaﬂmam‘s
LB ANNYNISMIFNALaZeTITATTW AU AP UANA N TUNEHEN DY
Tasamsvian

1.3 2aulunuaIm I
aca ¢ o = a P & - v o
WIsienzilsnaesudaduluranz@amauazoduan aldainsaiue
MsneassnUssgnd lfaIadeszvnandesiady 9 vaeyaislasanisran

1.4 s78unennendal

dNaNTIENUATANE (2548) msAneIBIesiazunliaduluiiy dnuas
ualilaaldis LC-MS Taawannsnanisuas K. Yoshii er al., (2000) uaz P. Satter
2BNUSHN Syngenta Crop Production Limited la@y LOQ whnu 0.005 mg/kg dmsu
Nanumasdssmaniisediuinalinasiiumsenaiwnsimezunladunazans
naunasueivluiens Wadadat Boe thuw dunash dil

Kaandorp (1989)lavmsanasziilianulumeadenaunina. 100 g e
ethyl acetate 200 mL Tulatlu ¥hmsnsasmnasnes Buchner funnel a3mhaandae
Tadandadauwaulaass ssveasazazauuiualazans residue. @18 hexane wan
11U clean up: @ aminopripyl SPE la#ans cartridge @28 hexane, toluene,
methylene cholide a&9as.3mL Nz uLinf uaanInan cartridge @78
asavaanan methylene | chloride/acetone (1:2) thansanaluseive uaasaalu
methanol  1#5193ad281A309 HPLC/DAD  #ian8e1aay 245 nm lagld
acetonitrile/water (70:30) 8951M5L%a 1.5 mL/min Yy mobile phase HawUN3E
ATMIAUNTULINNY 86% waz %CV 1NNy 5%

Cobin (1989) ¥msane abamectin anANluLAINIME methanol S5azae
nlehinaee iso-octane wazenuaaany C-8 Nidaadiuadany aminopropyl wad
Mmsrzee methanol Wisnsazmedle lUszmadinazansaanly uazvlviiassey

Wuguarnsradauee HPLC laglyd Flucorescence detector wudn Recoveries agﬂu



[
=1

szaunaly ue recoveries wavaYNWUG 8,9-Z-avermectin By, dulvajagn 70% a6

A recoveries dN avermectin By, ez By

Trainor (1991) ¥nmMs@nw 8,9-Z-avermectin By, Atiansgamaluiu
emulsions luauaaunsvh solvent partition laawuhluzuaauasnanassinsie

d‘ Vi v = g‘ . v v d‘
w ivallaanumsiiesy emulsion livaengn

Hicks (1992) lvmsanudamsdaszsd abamectin Tunauaudlauaznauns
Tosdunauusnimsiasendiagese pectinase -titalalasladiiaduudihmsata
Ghe acetonitrile/water (Sevnasanasghnniy Wmsarmerkuaasu C-8 1h
Mszzans abamectin BENAINABANUMIY acetonitrile MNUUFaTNTTazEAIEIN
abamectin azazareagluzi hexane AldannIsumau solvent partition wdnihdiu
Ya9a38zany hexane M4 clean up MIw@aaNil aminopropyl wialilaansanadl
wiananihiihgiumaumsilifoauiuguazihmsasasoudis HPLC ¢ LOD
ém%’un,l,aﬂl,ﬁal,l,asgm,l,w%ﬁa 0.002 mg/kg @1 recoveries 16 116913 spike
sample  asuauiolasgnuws dw5u avermectin By, e recoveries o lugg
0.00197-0.079 mg/kg , avermectin Bj, 0.0038-0.0059 mg/kg uwaz 8,9-Z-
avermectin By, 0.0046-0.070 mg/kg

Wehner (1992) ¥msanasiatheens methanol wddansszthinlushuy
AaaN C-8 @13 abamectin avgnialilunsaind szarsaanminaaaml C-8 wulydl
Aoaay aminopropyl @28 methanol thansazaraiileliszineodihazazann
i I iAaeuiusleaiiljasefussasaenaussving triflioroacetic
anhydride uaz 1-methylimidazole Tu acetonitrile # LOD #il@da 0.005 mg/ke

Mormeweck (1992) le@nu333a5129f abamectin lumaueddla, tustdla
warmaauadiila ihmsane.abamectin Mnmpus hilafwsiswistlandiaasazans
W&y hexane/water/acetonitrile dmihuadiilauasyaausdidlainmsanneie
acetonitrile/water MntuIhasazaneiasaldtnunasuil C-8 reanseannnaaduil
¢t acetonitrile Taafinadnil aminopropyl azvmsziadeluiiauvasasanadle
N mMNTueauEuLiEfumMsIenEd abamectin TunauaUilauazmauns wui
recoveries 284 8,9-Z-avermectin B, lﬁLﬂéﬂuLLﬂaqs'?;winzag‘iﬂixmm 70 % we

recoveries 815U avermectin By, a2 By Qﬂﬂih

Kvaternick (1993) 1@ validate 35m531@512% abamectin B, B, uae 8, 9-Z-

avermectin Tusiupl5s Wud  recovery N@d MU avermectin By, agludie 0.005-
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0.100 mg/kg, avermectin By, @8 0.0049 mg/kg uaz 8, 9-Z-avermectin agluzig
0.005-0.050 mg/kg

Cobin (1995) @neisieneiaietnuaualds lagazaaalngeilaannms
[~ Y ] ] v [ < [ [~
WAUEN M08 NazEUNMSUAAe Horbart food processor wazadnuluanumuzuzud
&4 o S Y < & = [ o, . S

nnuuhinduldidudio@arnuluasazeans acetonitrile 47 oy hexane &3
abamectin azazamagﬂu%’umm hexane 1 lUauaaanl aminopropyl #if sodium
sulphate tNa@AZUIN aAENUGI hexane, toluene waz dichloromethane Y5z
v v 3 o P o aaa P v
aspananeaaniialg acetone/dichloromethane thasazaaflaainujizenivaly

laanseywuguainmsnsseudig HPLC

Diserens (1999) yhmsiaszvmisanaezunliaduludiageinuazualsl
Toglra:glolulasaanaaiagnuss clean upads C-18 SPE uawe cartridge aeazd
Taluasd  hansadadlaluyin derivatisation WAL DY
HPLC/Fluorescenc Wuhiagazmsaunauaglugie 88-106%

Martin (2001). Ivmsafasragududaisigasdlouwazisnmy thasanan
161 clean up @8 alumina SPE.ua% C-18 SPE_ihluiianeigeiaias LC-MS 14
dsazaanan methanol/acetonitrile/1 %triethylamine 11 phosphoric acid (61:30:9)
p051M3IWa 1 mL/min 14 mobile phase WuNn3agazMsAUNIUININY 73-97% Han
%CV g 14% e LOD whiy 2 ppb

Pozo (2003) lavhmsanaezinilafuuazesmlausadiulunadunianzdlaly
TasduaslndonazBonlulaty udnhmsatedlahlldnnesidiateias LC-ESI-
MS-MS wawuNIagazmM3AunauaInnil 80% Na1 %CV 2ansvi repeatability
<1046z LOD 28935607 0.007 mg/kg

United States Department” of Agriculture Food Safety and Inspection
Service, Office of Public Health and Science (2003) ladaaviMdufuanudmiu

Ju@9e¥a15 Ivermectin, Doramectin, Moxidectin waz abamectin M5ana l5asdle lu
lnsauaniu trimetnylamine iivasludragheudniluwedne Vertex auuansu i
Fudnazmelusumeauurs udrazae residue a8 acetonitrile ¥mstanaadah
susnsanaasly SPE #ila C-8 a9 cartridge 68 hexane :niusaEhiy alumina-B
SPE waawz C-18 cartridge maasazaanay methylene chloride/ethyl acetate (3:1)
feanshezuaziae C18 cartridge panlU ¥¢ alumina cartridge @28 acetone 1 mL
waz methanol 4 mL  hasazareilaluszwmsuaziihlUienziersnias
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LC/APCI/MS 1az mobile phase (fussazanananuay acetonitrile/water/acetate
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4 =
qﬂnsmuamﬁmi‘nmaaq

i . oy a <
1. MIMENNENIBITN (Optimum condition) Tumsasaiesvazuiin

fu  leawssuasararsanasgrivasuiiiafuianuudy 7 seau Ae 0.03, 0.05,

0.1, 0.2, 0.5, 1.0 uaz 2.0 mg/L  ualRazn@3es HPLC  #lidmeatnasuuy

UV/Visible "anNeMaau 245 nm wazlIauigunudmataasuuy fluorescence 9

ANNENMIAAY excitation 365 nm, emission 470 nm lagld mobile phase 1y Water

uaz Acetonitrile LN BANEIUNFNLALDNTINT W29 mobile phase Ninanzay

1.1 tﬂ%aqﬁauasqﬂmiﬁ

1
2
3.
4
5

10.

N3N0 (Volumetric flask, class A) 2100 10 ml waz 100 ml

Tulastha (Micropipette) #ua 100 lulasans waz 1 ml
\n3astaziBea (Electronic balance) neiiey 5 sunii
in3asszmgdmsnaig lulasay (Nitrogen Evaporator)

LA3D9 High Performance Liquid Chromatograph (HPLC) tnateasniia
UV/visible 8%a DIONEX paaufziia C-18 anuen 15 cm 2104y
EDugUEN®N 0.40 cm 2199a%u 5 pm JUNT9 sphere shape

GE High Performance Liquid Chromatograph @naLnaszile
Fluorescence fiia Waters aadaniziia C-18 anuend 15 cm vinaidushu
Quﬁﬂaw 0.40 cm ﬂuﬁﬂﬁagﬂﬁu 5 pm 3UN59 sphere shape S8 Waters
Solid phase extraction cartridge (SPE) 5 #iinfia C-18, NH,, Siliga gel,
Alumina-B, graphitecarbon/aminopropyl ?lmﬂmmaﬁ’)@ﬂ‘gu 500 mg
Nylon membrane filter 2¥703W3U 0.45 um

Cellulose acetate membrane filter (UHIUGUENINANN 4.7 cm VA3
W3 0.45 pm

PTFE membrane filter {dUMUGUENA1N2ING 4.7 cm 2UIATWIU 0.45

pm
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= a ol =
1.2 d@1ILANLaSIDNIILAISN

A e

Acetonitrile HPLC grade
Abamectin primary standard
Trifluoroacetic anhydride (TFAA)
I-methylimidazole

d13 derivatization reagent 1 : dsazagnay trifluoroacetic anhydride :
acetonitride 80 1du 1:2 iulumads figamgi 4°C w3ealvainniu
813 derivatization reagent 2: asazaanaN 1-methylimidazole an a1
1:1 ifivlumneden finomgdi 4°C wisnlnainniu

asazaralSuane (conditioning solution) & %5u SPE C-18 wWaw
acetonitrile 30 mL fiuth 70 mL fin wehlWidhiy

"JJQﬂWﬂLﬂa"au“?; (mobile phase) 100% acetonitrile (1 mobile phase A
1t810% acetonitrile T 1{lu mobile phase B

1.3 MIteIsNaIIazaIsaIn3Iz I (Preparation of standard solution)

1.

aIazanenNIgIUaGan (Stock standard) 1gu 50 mg/L EEER!
Toaws Abamectin $1U:5:0-mg dzanalu acetonitrile usrsudsnasIv
(w100 mL&® acetonitrile

M3azMLNNITIUANNTNIUIEAUNGI (Intermediate standard) (uuy
10 mg/Linsaalastilamsazmsainasgiuadan wudu 50 mg/L Usaas
2 mL ldasluzneiadsnies 21ne 10 mL Ysudsuneslvteiauenia

US1as028 acetonitrile

S39zUNINIFTIUANNITNIUILAUM Wrdu 1 mg/L oiaulasilila
FI9LAENINTTIU 1BNTU 10 mg/L Uswias 1 mL ldasluznaiadsunas
2109 10 mL YulSinesTitviaveniadSinasens acetonitrile

Q ¥V VY L4 . o el
.m'ﬁazammmgmimummmmﬂmm (working standard) &1%sU

@3a) calibration curve Wuau 0.03, 0.05 0.1, 0.2, 0.5, 1.0 waz 2.0
mg/L Yilaasazasnnasgiu wngu 1 mg/L Usues 15,25, 50, 100,
250, 500, waz 1000 uL ldasluvaaanaasszing 10 mL luszivamelea
Tulosiauiigamadl 50 asrnueaidad auuis i derivatisation reagent 1
U33105 300 pL wee28 Vertex mixture (@ derivatisation reagent 2
US11@5 200 uL wen@ae Vertex mixture 1hlunsasads 0.45 pm Nylon

membrane filter Aaasas HPLC
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5. @seragNIHIUNEGan szaunaNuarstaumnessuuannulunedneh
nden snnluguduiagungil -18 ssewadod

1.4 2UeaUNMIIATIZH
1.4.1 M5azHaIgesa9 HPLC dmatnasatia UV/Visible

ihasazarsanaspuesuniiafuiiaionldinniadiadas HPLC -
UV/Visible Apaniziin C-18 A1I%EN3 15 cm 21naduruaugnan 0.40 cm 2110
ﬁ?@ﬂ%}u 5 um USanasmsie (Injection volume) 50 pL Tag 1% mobile phase A W
Water uwac mobile phase B Iy Acetonitrile a5193afiarTNEMAAY 245 nm 18
SamaunanLuy gradient fadi

2 min 2 min

40:60 > 5:95(hold 3 min): =2 - 40:60 (hold 3 min)
1.4.2 MAANLHMELASa HPLC dinanasaiin Fluorescence

ihasasaenasuesundafuiasovlahniaduades HPLC
Fluorescence Aaanuziin C-18 Anugna 15 cm zinatdurnugudnan 0.40 cm 2110
M9atu 5 pm USinesmsae 20 L les 14 mobile phase tilu 100% acetonitrile
({lu mobile phase A waz10%acetonitrile Tuti ({1 mobile phase B as1aiafinn

#1IAdU excitation 365 nm, emission 470 nm T#oasidunanuy isocratic
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a o < a o ¥ o Y a [~ 2PN
2. 119¥1IBNTaNAazuNN AR UAIBE19HN /Ha LN ANISLANAZUILNARUA

Tu mreazdlaslulas uanirly clean up @ra SPE  %iim C-18, aminopropyl

(NH:), Alumina-B, Silica gel uaz graphite carbon/aminopropylsiliga gel

2.1 l,ﬂ%mﬁauasqﬂmiﬁ

—_

A R AL o

I
WA W NN = O

16.

ia3astivazdon (Homogenizer)

n528uA7 (Glass funnel)

1NAU3N03 (Volumetric flask; class A) 210a 10 ml waz 100 ml
2052118 (Evaporating flask)

iinina3 (Beaker) 211@ 100 ml Waz 250 ml

1I035Un578 (Erlenmeyer flask) 2u1e 250 ml

Tulasthle (Micropipette) 2119 100 lulasans uay 1.ml
220 ldeaee (Sample vial) 2110 1.5 ml

wadasalnih (Electric balance)naiigin 3 ¢nunus

. Iﬂ@ﬂm’m%u (Desiccator)

. \A3aeUaduIs (Blender)

. LASBITENEENS (Rotary Evaporator)
. 49aadY (Hood)

. e (Muffle furnace)

A58y High Performance Liquid Chromatograph (HPLC) ftnaenasnile

UV/visible naauixiia C-18 @nuem 15 cm 2mnadusnuagugnan 0.40
cm 2ANIYATU 5 pm

1A3aq High Performance Liquid Chromatograph (HPLC) Gtnatnasziio
Fluorescence Aaaniwiia C-18 anwue 15 cm awnadushugudnan
0.40.cm 2WAMYAFU 5 pm

2.2 @15LANWAZID NSO 8N

A5LANLALITNMSLOENNNBUNULD 1.2
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2.3 AUABUNTILATIEY (Analytical procedure)
2.3.1 MaanamatIauaz Clean up @a SPE %iia C-18

1. 29678879 5.0 n54 ldavlu centrifuge tube 211M 50 mL (@nasazals
WASFIUBUNLAAUANNIANDGY 1.0 mg/L  USw@s 0.1 mL e lvaiedeidl
YSinaezunilin®u 0.02 mg/kg 1@ Acetonitrile 15 mL dnladannanlssd 2 a5y
a 0% o v & & o Y 2 . P P
L@ Na,SO,4 2 fau Mliiluiiladennualaie3as Homogenizer 1 10000 58u/u¥
< = o . p=i @, o v v
Wunan 1 i hld centrifuge 9 6000 rpm Wunm 1 i dreamsazaadulaldas
Tunszuanaeaine 100 mL Mnsanadne3eale acetonitrile 15 mL ehadisazais
diulasnnulunszuanandsudsiasmenihusiaanlassulvte 100 mL

2. 1038 SPE cartridge #ile C-18 laamsanianudzane cartridge ane
acetonitrile  US11605 5 mi mwaleaisasaalSuani: Water @ ACN  (70:30)
USanas 5 mL agUane i SPE uis

3. shudsazananiesenlaluda 1 a9l SPE C-18 cartridge 8as1mMslua 5
mL/min aNASzUANANMIEEITazAEUSUFNNE 5 mL LansINadly SPE MnuuaN
Yy ¥ 2 o & : .
SPE gneii 5 mL Msnsazaeithusansaauisniioanll gaaimaxiuay cartridge
wria daasliaimasuilssana 5 109

4. ¥nmM5%z abamectin 8an¥1N SPE cartridge 928 acetonitrile U53195 5
mL legaealvarsazaralusiasmusssumd tuasazmahlannmsye (cluent) 13
luvasaneans liszmameldlulasauigamail 50 semwades UL

5. L@x. derivatisation reagent 1 U535 300 uL twen@ae Vertex mixture LG
derivatisation ‘reagent 2 USa@s 200 pL wehaaaVertex mixture 11 lUnsassu
membrane Udrdadesed HPLC lagldnadauiuuuigmanau oila C-18 2unavas
ARANY NNU 150 X 40 NBBLNGS 2UINYBIEIAAZU (absorbent) LAy 5 lulAswuns
14 acetonitrile1 Samdiu 97:3 TaesUsmesduigmeanaeui Tesdmuasanms
Tuazasigmatadaufiuifiu 1.5 mL/unil Usnasnisiaasaisgeuidu 20
Tulasans
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2.3.2 M3anamatIuaz clean up e SPE %iin Aminopropyl (NH,)

1. 79618879 5.0 n54 ldavlu centrifuge tube 211@ 50 mL (@nasazas
WAsIUBUNLAAUANNIANDGY 1.0 mg/L  USw@s 0.1 mL  wiwevhlv¥aieded
USinaezundindu 0.02 mg/kg L@ Acetonitrile 15 mL inlaidenasalsd 2 n5u
a o o v & & o v v 2 . P ~
L@in Na,SO, 2 Fou mlvilduiladaanualam3as Homogenizer 1 10,000 58U/U¥)
< ) . N I o [] 1
Wluna 1 wil iy centrifuge 16,000 rpm Wuna 1 Wil eaasazaadiulald
aalu centrifuge tube 2u1@ 50 mL 8ulvd M sanadnasinae acetonitrile 15 mL
aasmsazaradiulariunui limdinie Vertex mixture o18§198za18891U

. o v A a o v .
evaporating flask uﬂlﬂﬁzLﬁﬂﬁluLLWQﬂquQN 50 sNFgaLded  wadasand residue

@8 hexane 5 mL

2. 1@38% SPE cartridge %110 NH, loeudn Na,SO, 1 dauaslu cartridge wan
e NNEze10  cartridge 9978 hexane U3W105 3 mL 10U 2 8539 adhUassld
SPE U3

3. Wuasazaeiesenle lude 1 aslu SPE-NH, cartridge 80IMIIva 5
mL/min 8192705148928 hexane 5 mL wans nadly SPE_2101uae SPE ae
hexane 4 mL toluene 4 mL dichloromethane 4 mL M&158a18NMIUDDNNINDULIA
&

Haanll

4. %11n158¢ abamectin pany1aIn SPE cartridge %28 acetone/
dichloromethane 1:1 13193 10 mL legdaaalissazaralvaiasmusssuma iy
asazaenlannmsne (eluent) lunananaany dliszmaauuiy

5. W@ derivatisation reagent 1 U315 300 uL wwe@28 Vertex mixture i
derivatisation reagent2 U311a5 200 pL wena2e Vertex mixture i lUfania3as
HPLC Togldmasminuuigmensu 4iia C-18 znepatnaani vy 150 x 40
HadLuns 2u10YBIG1QATU (absorbent) tiifiv 5 lulasiues 14 acetonitrile/

. . v 1 a < [ o ] ° (%
10%acetonitrile 8asdu 97:3  losUSnasilluigmaedaud laaiivuaansng
luazasigmatedauitinny 1.5 mL/ud Usuiasnisiaarsaiadiasinnuy 20
Tulasans
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2.3.3 M3anamatIuaz clean up e SPE %iin Alumina-B

1. 79618879 5.0 n54 ldavlu centrifuge tube 211@ 50 mL (@nasazas
WAsIUBUNLAAUANNIANDGY 1.0 mg/L  USw@s 0.1 mL  wiwevhlv¥aieded
USinaezundindu 0.02 mg/kg L@ Acetonitrile 15 mL inlaidenasalsd 2 n5u
a o o v & & o v v 2 . P ~
L@in Na,SO, 2 Fou mlvilduiladaanualam3as Homogenizer 1 10,000 58U/U¥)
< ) . N I o [] 1
Wluna 1 wil iy centrifuge 16,000 rpm Wuna 1 Wil eaasazaadiulald
aalu centrifuge tube 2u1@ 50 mL 8ulvd M sanadnasinae acetonitrile 15 mL
aasmsazaradiulariunui limdinie Vertex mixture o18§198za18891U

. o v A a o v .
evaporating flask uﬂlﬂﬁzLﬁﬂﬁluLLWQﬂquQN 50 sNFgaLded  wadasand residue

@8 iso-octane 5 mL

2. 19384 SPE cartridge logLdia Na;SO4 1 douaslu carthrige uaaniana
dze1a cartridge @28 iso-octane USms 3 mL 1wy 2 a59 aghiasaly SPE uns

3. ’udsazatsiassnlaluzs 1 avlu SPE NH, cartridge 8as1msiva 5
mL/min NUINTEABNLE 1s0-octane 5 mL waInsINaaly SPE a1ntiuaa SPE a0
iso-octane 5 mL Ma1sazaaNIupanNRaULIN TN L1

4, mawz abamectin aananan SPE cartridge #38 Methanol/ethyl acetate
97:3 Uswmes 10 mL legdasalvisnsazanalvaiessusssuma thuasazanailaain
M3e (cluent) Blunaaanaass ihlusumeauuis

5. 1N derivatisation reagent 1 U33@5 300 pL twene28 Vertex mixture LGy
derivatisation reagent 2 33183 200 uL a8 Vertex mixture ihludiadieges
HPLC loalfaasuiuuuigmenau ziia C-18 #inewasnaani vy 150 x 40
a8y AUI0YpIAIQATU (absorbent) iU 5 lulasiuas 14 acetonitrile/
10%acetonitrile $051871 97:3° TaeUSmnasiBuigmawioui Taaduuadanns
Tnazasigmatadaufiiiny 1.5 mL/unit USmasnisiaansaiageuidu 20
Tulasans
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2.3.3 M3anamatIaz clean up ee SPE #iin Silica gel
Ujuaudennuds 2.3.2 aniuldausiia SPE ann NH, flu Silica gel

2.3.4 MIanaaagauas clean up o SPE %1 graphite
carbon/aminopropylsilica gel

1. %e@0d19 5.0 n3u ldaslu centrifuge tube 2@ 50 mL @nasazans

< = L4 Vv =N ﬁl‘ o v v ] =
WNATPIUDLUNNARUANNITNAWT.0 mg/L U5uas5 0.1 mL e lvdaieded
USinaezuniin®iie 0.02 mg/kg 4w Acetonitrile 15-mL (duladannanlsd 2 n5u
a ¥ o YV J = [ %4 d' . a: =1
L@ Na S0, 2 Fou mldiluiiadanumeiaias Homogenizer # 10,000 58U/10%
Wune 1 w4 1Y centrifige % 6,000 mpm Wuna 1 i essazmadiulald
avlu centrifuge tube 2116 50 mL aulvs MM sanadna3eaae acetonitrile 15 mL
gadrsazargarulasrnnuiiluwerens Vertex mixture N5NHIU Na,SO,4

< L o v a
.anhydrous thudsazaaadli evaporating flask uﬂﬂszmmuumﬂqmwgu 50 239FN

waded uadazal residue @3y acetonitrile /toluene (3:1) 5 mL

2. w38y SPE cartridge %1ie graphite carbon/aminopropylsilanized silica gel
Toatin  Na,SO4 1  Feuadly cartridge U§INMNINMNFEI0 cartridge a8
acetonitrile /toluene (3:1) Y3195 3 mL $1u3u 2 a59 aglaesld SPE uis

3. thudsazaanaseule luze 1 aslu SPE  cartridge  8051m5kva 5
mL/min a192703EeEaIE acetonitrile /toluene (3:1) 2 mL thudsavaneile. [ilu
WINTELNE

4. ¥nN3%z abamectin  danuIaIn SPE cartridge @@ acetonitrile/toluene
(3:1) U5 200mL lesdaeslvasazanglvaaesmusssund thudsazaaila 13l
N0sze ThlUseneauLRe

5. 1@ derivatisation reagent 1 U535 300 uL wwee28 Vertex mixture Li
derivatisation reagent 2 U333 200 pL weh@ae Vertex mixture 1 lUnsae6u
membrane wiHiatiades HPLC lagldnaduiuuuigmandu oiia C-18 swnawas
ARANY NU 150 x 40 NadLNAS 2UAYBNEIQATU (absorbent) AU 5 LulAstuns
14 acetonitrile1 Samaiu 97:3 TaeUsmnesduigmeawnaeud Tasdmuasasnms
Tuazasigmatadaufiuiiu 1.5 mL/unit Usnasnisiaasaiageuhdu 20
Tulasdns



20

3. MUSinamgaiinsaiala (Limit of detection, LOD) uazlindinasmdaiing
USanala (Limit of quantification, LOQ)

WanNUISMIan et NMmINzaNLa) TumMTIeNeialaaiiudaansu
Usmnaasssananiciiigaianinsoasranule (LOD)  wazUSmnadgaiiananse

vaneudiariigndauiudle iennulehneadisusznsasiianly

35n3ma1 LOD Ufukiaei
1

& a <

. Mmsieseiaiedn  Mliuasinesgiuesuidiaduasly (Fortified
a o @ P - = Y v v
sample) U3l 9 szaunila (NNMITNAADLIDNNITAUANNLTNYY
0.02 mg/kg) AU 10 F) MmN LanIvue e
SD

2. MU UAT LOD,pprox 1908811384370 LODypprox = 3SD

3. @sadaue LOD fMiszinmla leaesauaiaselviissauanyidyay
U LOD,ppioy MUszanaula uatenzdiaraed nm 10 6

4. dwanuiiale(Peak height) 3masas HPLC gaslddasni 3 whaas
NOISE (Signal/moise >3 )minmfilanasnii 3 un dasmiiiunss Lo
GOUANNSEAUAN NN UYBIAI0E N ITINNIUN IO

35mamien LOQ Ufjuaaeil
1. msdszanae LOQupprox laafmuanmn LOQ, o = 10SD

2. asadaua LOD #idszanasla Teaesandiadeliilseauanuidyay
WAU LOD,pprox NszaNule udMiianzsicnadnednuig. 10

3. @@ Percentage coefficient of variance (%CV) 28430882115AU
nau (%Recovery) fla iauiiauamnlanuinamimseansulumsiei 3
wminarilaganinarluamsnndesdniiunsd lesdaannuianmes

nespundalvnnaunines

4. @unl % Recovery Mneanudaduimagaulans 10 41 wisudiau
milanunaeimseansumunaantih 4 (Range of Mean, %Recovery)
2097 3 mnailaldaglugrnmvualideainsinaasinasyu

enlAnndun e
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4. ¥MANNYNABI (Accuracy) uazuaiug (Precision) 22939013800
ac 1 ) P A va o A
901IWIANNWIUEY (Precision) UHuRai

1. msienzialad ﬁlﬁuaﬁmmgmazmLﬁﬂaumlﬂ (Fortified
sample) Tvfiszauanugnduszau LOQ uazgand) LOQ 8n 1 szau (14
M MRL lumstwuessduenudaduiielifienuduiunsaunguiv
LNUTNINIZIU)

2. ¥hmsneaau Fortified sample Nw3anle serips seavaz 2 409 az 10
%1 Inguaasyaa e iunagau

3. @ %CV zatuaazye (10 7)) Wauaea Repeatability 2aems
nadau lealSaulisununaeimagansumunaanuy 2 (Repeatability,
-
%CV) 29I NN 3

4. @ %CV.  299udazszaum2 ga (53N 20 7)) tiNaudns
Reproducibility  zasmsnadaulaaidSauiiaunuinasinseansuau
ADaNUN-3 (Reproducibility, %CV) 2431973

=y v = Ve o c?
18911INIANANGBY (Accuracy) Uunaau

1. @nnmen  %Recovery  Magmenu@uiuiieNeilannmsmeny
wNUuE 570 20 B

™ o~ oA o o o ]
2. Wisuigumnlanuinaminmseansuauneasiin 4 (Range of Mean,
%Recovery) #3019N1N 3
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a < a v o v o
5. ﬂ"lif.ll,ﬂswﬁa::‘m La»lﬂmumﬂﬂﬂl\‘]ﬁaﬂ?']nﬂ’]‘iaﬂwueluﬂaugl,ﬁaL‘"ﬂu'ﬂgﬁﬂ)u"ﬂﬂ

Mmsneassdanuazuvniadulunz@amanazoiuanuaiiuaiagneiinun
A52AMUS N U AR UNANANMINTEELIFIAN ) LNBANHDNTINTFNLAIVD

pLUNNAA U IR U
3EURT

1. MIANUFTBLUIIAGY 1.8% W/V-(ZaMImuanda)mudasiuuzii fe
8091 20 Haaansae 20 8as ladvgulenasmenasiaonuluszidiamanay
MSHULAET 40 T wazmuYNnaUMSAULAED 30 YU

2. iRuMmadNKNaNdamANRaY 1, 7,12, 17, 23, 30, 37 uaz 42 TU N8I
WUFS SMSUMILANDUMIBENNNA 0, 1, 2, 3, 4, 5, WAL 6 TU NAINTNY
a3 thinanamysinaezuriiiaiy

a < A o v a aa
6. ﬁﬂ'ﬁ’]ll'i&l’lmagcl.l']tNﬂﬁlulum')aiﬂ\iNaﬂﬂﬁlﬂaﬂa&auﬁ‘[ﬂiﬂﬂ']iﬁaﬁﬂ

mmsguaagnrandanngauasua iiaamwionanuaaussydesinag ua
ihnanawszdienzimiBinaeanidiedu uszulSsumsunumaienzviceg s
snasgupznindustliiogsagasnsfunay

33UATA

1 o [}

1. dueedNNaNAANNFALaLHA lNaaAINTHe LN TTinays 1 Alansy AU

9
[

ANUTTY

20 dnsdnemuSinaesunliaiulunanie
Wanlagivthaiaasazaranasgiuerundiaduldianududy 0.02
mg/ke uazhmsanamusinaezuniiefuiamsasarmsfunduzeimsana
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n13AIuI (Calculation)

MmN lufmpeg Waldanundurasiiaguaiieguais 0.1 uaila
fivihedlu mg/kg

vsamnalegldgasmadinm

C= RyuxSxVe

RsthW
Y Y v < a v v v
Wwa C = anuNTWBIEsazILlaAuanANluaIaEN (mg/ke)
Rep = Wunlona (Peak) 1090081
Ryd = WunlaNeuasas NI Iu
S = anueduasssnesguiniiedu pg/mL
Ve =  Y3mnesgame final volume @a 0.5 mL

W = NUNNGIBEN A8 5 g
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Nan1sIAY

1. MIrIaANIENmINzaN (Optimum condition) Tumsasadwneiozundia
fu vaannasaNaIaTaIINaAsHIUBT AR UNANNNYIY 7 S1aU A 0.03, 0.05,
0.1, 0.2, 0.5, 1.0 uaz 2.0 mg/L wua@ania@3ay HPLC  Zidwmanasuuu
UV/Visible innuegn1adu 245 nm wazilSauiisunudmetaasuuu fluorescence 7
ANNENIAAY excitation 365 nm, ‘emission 470 nm lagld mobile phase 1{u Water
uaz Acetonitrile LWBDNTEIUKHENLALBNTINTIBa2De mobile phase Nvanza
% o g
lonansnaluil

1.1 msienevidianiad HPLC fmamasuiin UV/Visible

Tavhmsieneimazinledunseauanaaty 0.03, 0.05, 0.1, 0.2, 0.5, 1.0
waz 2.0 mg/L TaenaassdnmsnasguyU3anns 50 uL wuhiissauanandagu 0.1,
0.2, waz 0.5 mg/L TaisasansranuiaYadaz LAY (m‘w‘?; 4) Ltazﬁizé’umm
WuAY 1.0 war 2.0 mg/l TgRafidhuazennlums Identified (mwi 5) FmMsneass
domsnaspuiissauanududy 10 mg/L  snsaiuiiezatazundafiudaay
(mwﬁ' 6)

Abarmectin #2650 abarsample
16.0

U _W15_1

mal

128

12.65-

11.34

10.0-

EXS

7.5

5.3

5.0

2.8

WLZas nm

i 4 Teasanlnunsuzesansanasgiuasuiindunanugugy 0.03, 0.05, 0.1
mg/Llsinuiipzasezunifindu Wadwnzisiansas HPLC dwmanastie
UV/Vis 1aMugMaau 245 nm Usnasmsae 50 pL
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a5 g Abamectin #20 sbasample UV _wIS_1
mal WALZ45 nm

40,0

a6.0-

a0.0+

25.0
20.0+

15.04

©
—
m
g
=
31
ot
£
3
S
<

Abamectin Bla

10,04 1 - degradation - 1.7

o
o

2 - Abamectin - 2.630

5.0

0.0

5.0 — o ———— =
r T T T T T T T T T T T T T T T 1
o.oo o.a0 1.00 160 200 2 &0 3.00 340 .00 4A0 £.00 A A0 B.00 B.a0 700 TAO0 a.00

awi 5 TasanlnunsuzasdIsanasgIuesuninauianuNiy 2.0 mg/L s
AN aaasae HPLC dmanasate UV/Vis 10Needy 245 nm U3
MNHINIRA 50 pL

g, Abamectin #12 e abat WIS _1
M mau WALZAE nm
- Abameactin - 2 685
16.0
(o]
—
o m
190 — ey
as] F=!
23]
= ]
=
12.0 13 E
(5} __8
S <
10,0 i an
<t

P & a o vy v P
awi 6 leasinlnunsuzasansunasgiussuidefunenuudu 10 mg/L s
IANVM8LAIae HPLC awmaeasyiia UV/Vis NANNeNeay 245 nm
USeInMsRa 50 pul
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1.2 MIesiaanIad HPLC ftmatnassiin Fluorescence

Tavmsiwnsimasniiadunssauanudungy 0.03, 0.05, 0.1, 0.2, 0.5, 1.0
wae 2.0 mg/L laganmzimmnzanlumsienziaald mobile phase (flu acetonitrile
waz 10% acetonitrile/water 8RSIEIUNFNULUY isocratic 97:3  MUUADBATINTING
AU 1.5 mL/min YSaasmsiae 20 pL wunlalesunlnunsundNunieiniiy

L ¥V Vv n} -ﬂ' o v < K4 L v
MINTEAUANNLANIY (M5NN 4) Hathinanuluunumwgaunu (Over lay) lowua
@ a A o ' & Ao o ¥ v v . . P
AW 7 waziila@iaunNsznIniuRNanuaNNdNTUazle calibration curve N

anuudunss (Linearity) lnaifien regression coefficient r’= 0.9998 (MM 8)

M3H 4 NUNAAYBIINTALINAITIUBTULT AR ULAILSEAUANNTNTY

Concentration Peak area of  Peak area of By, Summary

(mg/L) By Area
0.03 0 18791 18791
0.05 0 29304 29304
0.1 2742 67237 69979
0.2 17612 99516 117128
0.5 17885 269779 287664
1.0 67044 509404 576448

2.0 107440 1015254 1122694




m*

70.00

G000+

5000+

40.00

30.00

20,004

10,00+

Peak Area
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(=]
=
=

=

Abamectin Bla

Abamectin B1b

B S IS S s S o s e e s e e e e e e e B I S e s s e e e
0.00 1.00 200 3.00 4.00 500 £.00 7.00 g.00 9.00
hfinutes:

il 7 Tasanlnunsiwesd@sinasgidezudinduianuwuiu 0.03, 0.05,
=l v ~

0.1, 0.2, 0.5, 1.0 48z 2.0 mg/L WaIANvimala3as HPLC dme oasy

1@ Fluorescence NANNENINAU excitation 365 nm, emission 470 nm

US1ne91598a 20 pL

Y
1200000 -
.
1000000 - s
=2
200000 3
| | =
| o
. 600000 - b
/0
400000 - -
o
200000 & -4 y = 560299x + 6864.3
* R*=0.9998
1] #" . : . mg/L
0 0.5 1 1.5 2
Concentration

MW 8 Calibration curve ‘zlaqmimmgmaxmLﬁﬂauﬁmwmﬁuﬁu 0.03,
0.05, 0.1, 0.2, 0.5, 1.0 waz 2.0 mg/L
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a o < a o [l o vl o a S a
2. mswIsmsanaasuniadulumadiedn/ualaiiiinsiinazusiniuad
Tu mraazdlalulass uanirld clean up @28 SPE  %iim C-18, aminopropyl,

Alumina-B, Silica gel waz graphite carbon/aminopropylsiliga gel
2.1 73 clean up @@ SPE ##ia C-18

Y o v @ ] PR a . < a P2 Yt

lavhmsanaaadreniiniswda (Spike) msmmgmasmmﬂmumlﬂLwaﬂm

AMNTNTY 0.02 mg/kg wazihuy clean up 618 SPE %ila C-18 1hanieazvim
USinauaz Yrecovery 28935MSENARIDEN LOHIAINNN 9 UBLMTNN 5

20.004

15.004

«
—
16.00 m
=
14.00] g=!
3
12.00] £ g
<
: = D
10,00 g <
o ~—
500 ‘é’ i
= L
.00 <
© <
b
400 !
o =
=
200 5
0.004 iy £
T T e e
000 1.00 200 200 4.00 500 £00 7.00 .00 c
i Minutes, 21 5294 my Minutes

= 4 A o v v 2
i 9 lasilnunsuuag spiked sample Asz@uanuuzu 0.02 mgkg 74
clean up og SPE #tla C-18

@139 5 wamsanauaz clean up aaa SPE #iia C-18

Concentration

Sample No. Peak Area (moke) %Recovery
1 150846 0.021 103.09
2 139460 0.019 94.71
3 128446 0.017 86.60
4 142887 0.019 97.23
5 114227 0.015 76.14
6 144241 0.020 98.23
7 84962 0.011 54.61
8 113420 0.015 75.55
9 102212 0.014 67.30

Mean 85.19

%RSD 0.19
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2.2 73 clean up a8 SPE %16 aminopropyl

Y o v v ] A~ a . < a P2 Yy
lanmsanaaiadndmsidun (Spike) asuasgiuszundaduasliiinelii
AMNLNAY 0.02 mg/kg WaziN clean up @28 SPE #ila SPE %ii@ aminopropyl

MM NeEMUSIN ez %recovery 28935MIINAAIDEN LaNAAINMWA 10 waz

1
=
MIINN 6
20,00
18.00
16.00-
<
14.00 ‘C_Q‘
=
12.00- g=
Q
()
£ 10.004 o %
—
)
=
8.00 =
& -
£.00-] g "
£
4.00-
<
b
2.004 i
-t
e
0.00] = A fi)
L LR P = 1= = e EM g e e e o e o L R e T L ML
0.00 1.00 200 3.00 4.00 5.00 600 7.00 8.00 400

Minutes

A 10 Tesinlnunsues spiked sample NiszauanuANIY 0.02 mg/kg %9 clean
up 98 SPE %ii@ aminopropyl

A3 6 namsanauaz clean up @ae SPE %iia aminopropyl

v 4 Concentration
FAAVYNIN Peak area %Recovery
(mg/kg)
1 130367 0.176 88.02
2 121238 0:163 81.30
3 122999 0.165 82.59
4 152406 0.208 104.23
5 157485 0.216 107.97
6 136332 0.185 92.41
7 109164 0.145 72.41
8 98232 0.129 64.37
9 97579 0.128 63.89
Mean 84.13

%RSD 0.19
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2.3 73 clean up ¢@ SPE %iin Alumina-B

Tavdmsanasisgeiiimsiinasiaspussuniianfuasluiialviiany
By 0.02 mg/kg uazi clean up @18 SPE #iia Alumina-B l@uagamnii 11
watiipans clean up §IINAEIBENMEY Alumina-B 1w %recovery nadazin
Wiadusnifians (17.29%) Selailammsdnmnde

30,00+

25.004

20.00+

15.00+

10.00+

Abamectin B1b

5.00+

4,848

0.00 1.00 2.00 3.00 4.00 500 B.00 T.00 .00 £

Miru s

awi 11 Taswlnunsuuas spiked sample AszAuANNENIY 0.02 mg/kg B9

clean up @28-SPE %19 - Alumina-B
2.4 115 clean up ce SPE %iia Silica gel

lavmsanadageniinsiiussuinssivezundaduasluivalviiiony
wNgu 0.02 mg/kg wazihan clean up @28 SPE #fia Silica gel lonaaimwin 12 ua
(189310 Y%recovery 284 azundiinausmnhingds (17.89%) Jlilaimmsdnwmeae

20,004
18.004
16.00
14004
12.004
=
10.004
£.00+

6.00+

4.00+

a7s0 Unk.

200+

> 5012 Abamectin B1b
[

0.00+

e LA o e e e o LA e o e e e e e o I e e e e s
0.00 1.00 2.00 3.00 4.00 .00 B.00 T.o0 5.00 9.00
hdinutes

M 12 lasunlnunsuas spiked sample N5eaUANMNITNIY 0.02 mg/kg 9
clean up ¢e SPE %iia Silica gel
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2.5 M9 clean up @89 SPE %6 graphite carbon/aminopropylsiliga gel

Tavdmsanasisgeiiimsiinasiaspussuniianfuasluiialviiany

By 0.01 mg/kg wazian clean up e SPE ila Silica gel lauaganwd 13 ud
iean %recovery Uy azuniindusiniians (57.02%) Selailammsinmnde

18.00

16.00

14.00+

1200+
= -
z 1000

.00+

Abamectin Bla

5.004

400+

2.004

.00+

4513 Abamectin B1b
£ 06D

0.00 1.00 2.00 3.00 4.00 5.00 £.00 7.0
hinutes

awit 13 Tasanlnunsnuas spiked sample fissauanandada 0.01 mg/ke 3
clean up ¢# SPE %tie graphite carbon/aminopropylsiliga gel
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3. MUSinamgaiinsaiala (Limit of detection, LOD) uazlindinasmdaiing
USanala (Limit of quantification, LOQ)

lavimsmal LOD  lagiwszviaiedraniduasinasgiuezundinfuasly
(Fortified sample) TWfianandadu 0.02 mg/kg $1u 10 41 HhuamsIaszinle
VNG WMUIUNAY SD UaziIA1 LODpprox W08NNU 3SD (9615199 7

@311 7 ANNLTLNIUUNNTFIUNAMINE NIZAUANNLNTY 0.02 mg/kg

Sample No. Peak Area Concentration %Recovery
(mg/kg)

1 90228 0.015 75.54
2 104530 0.018 87.50
3 96044 0.016 80.40
4 95403 0.016 79.87
5 105072 0.018 87.96
6 96433 0.016 80.73
7 99975 0.017 83.69
8 96002 0.016 80.37
9 103714 0.017 86.82
10 98564 0.017 82.51
Mean 0.0165 82.54

SD 0.008 -

Y%CV 4.82 =

NNNTIR 7 SIS0 FEP Torevadi
LODgpprox = 3 % 0.0008 = 0.0024 Gaszanauynay 0.003 mg/kg



33

Wahmseeumed e lvianududuinu 0.003 mgkg waININFNAM
YSinaezuniindu 1wy 10 Hlauanimnsen 8

@131 8 AMANNLTLNIUUNNINTFIUNNMINE NIZAUANNLNTY 0.003 mg/kg

Sample No. Peak Area Concentration %Recovery
(mg/kg)

1 19378 0.0027 89.10
2 18816 0.0026 85.48
3 18250 0.0025 81.84
4 20145 0.0028 94.04
5 18709 0.0025 84.80
6 19565 0.0027 90.31
7 20059 0.0028 93.49
8 18189 0.0024 81.45
9 20085 0.0028 93.66
10 18655 0.0025 84.45
Mean 0.0026 87.86

SD 0.0002 -

%CV 5.56 -

NNITHD 8 ITOAILIU LOQopprox = 10SD dmnalaaail
LOQupprox = 10 x 0.0008 = 0,008 Fytlszanmhiu 0.01 mg/kg
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Warhmsiesenmad N lvianudntuinny 0.01 mgkg  wahFNAM
YSinaezuniindu 1wy 10 Hlananimnsien 9

@131 9 AMANNLTENUUINNTFIUNNMINE NIZAUANNELNTY 0.01 mg/kg

Sample No. Peak Area Concentration %Recovery
(mg/kg)

1 53005 0.0089 88.78
2 54722 0.0092 91.65
3 71548 0.0120 119.81
4 67497 0.0113 113.03
5 71432 0.0120 119.62
6 58120 0.0097 97.34
7 71102 0.0119 119.06
8 60848 0.0102 101.90
9 60511 0.0101 101.34
10 70222 0.0118 117.59

Mean 0.011 107.01

SD 0.0012 -

%CV 11.5 -
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4. ¥MANNYNABI (Accuracy) uazuaiud (Precision) 22935013800

Ioﬁ'ﬁwmﬁmiwzﬁﬁaaﬂwﬁLﬁumsmmgma::mLﬁﬂﬁuaﬂﬂ (Fortified sample)
Tiiszaueanunduiissdu LOQ uazgeniszau LOQ ania szauaz 10 % waz
MA %CV 2BUAREYN lauaas repeatability 289m AN wazduIaA
%CV 2aauaazszAUn 2 10 33N 20 % 1ieuans reproducibility 283mMFIL@TIZH

P o o o & a o & A o J
@999 10 SagazmsAunauzatastiindy lumatoiuaniNadne repeatability

NIzAUANNITNTY 0.01 mg/kg

Sample No. Peak Area Concentration %Recovery
(mg/kg)

1 67932 0.011 106.11
2 65882 0.010 102.25
3 650006 0.010 100.61
4 65342 0.010 101.24
5 65908 0.010 102.30
6 64949 0.010 100.50
7 64362 0.010 99.39
8 65607 0.010 101.74
9 64215 0.010 99.12
10 71242 0.011 112.34

mean 0.010 102.56

SD - 3.96

%CV - 3.86
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A39% 11 SegazmsAunauzatezuIdinfuiNafdne repeatability Tudlaeghemiuen

N3zAUANNIINTY 0.02 mg/kg

Sample No. Peak Area Concentration %Recovery
(mg/kg)
1 110912 0.019 93.51
2 : 0.018 92.12
3 0.020 98.95
4 0.017 86.64
5 110 e 0.019 93.25
6 ~ 10019 95.26
7 0.020 99.04
8 0017 . 8749
9 0.019 9310
10 _ 020 . 100.24
mean - 0.019 93.96

4.62
4.92
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P~ Y o~ @ < a A ey g @ ' &
MI199N 12 F89LNMTAUNIUYDIBSUINAGULWB AN reproducibility Tuaed199?

WY 2 %0 7] 88 10 T NILOUANNLNYY 0.01 mg/kg

Sample Peak Area Concentration %Recovery
No. (mg/kg)
1 67932 0.011 106.11
2 65882 0.010 102.25
3 65006 0.010 100.61
4 65342 0.010 101.24
5 65908 0.010 102.30
6 64949 0.010 100.50
7 64362 0.010 99.39
8 65607 0.010 101.74
9 64215 0.010 99.12
10 71242 0.011 112.34
11 53005 0.009 88.78
12 54722 0.009 91.65
13 71548 0.012 119.81
14 67497 0.011 113.03
15 71432 0.012 119.62
16 58120 0.010 97.34
17 71102 0.012 119.06
18 60848 0.010 101.90
19 60511 0.010 101.34
20 70222 0.012 EEL8
mean 0.011 104.79
SD - 9.11

%CV = 8.69
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P v o o & a P oy eqe o @
@139 13 SagazmsfunauratezulnduiNadne reproducibility ludadnem

Wun U 2 %0 ) 8z 10 B NILAUANNLNTU 0.02 mg/kg

Concentration
Sample No. Peak Area (mg/kg) %Recovery

1 110912 0.019 93.51
2 109436 0.018 92.12
3 116684 0.020 98.95
4 103609 0.017 86.64
5 110630 0.019 93.25
6 112766 0.019 95.26
7 116783 0.020 99.04
8 104515 0.017 87.49
9 110471 0.019 93.10
10 118057 0.020 100.24
11 90228 0.015 75.54
12 104530 0.018 87.50
13 96044 0.016 80.40
14 95403 0.016 79.87
15 105072 0.018 87.96
16 96433 0.016 80.73
17 99975 0.017 83.69
18 96002 0.016 80.37
19 103714 0.017 86.82
20 98564 0.017 82.51
mean 0.018 88.25

SD - 7.21

%CV - 8.16
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M15199 14 Se8aznsAunaUYatazUILlAdUINaAn® accuracy  lualae9nIwYN

U 4 %0 82 10 ) NTLAUANNYNTY 0.01 uaz 0.02 mg/kg

Sample No. Peak Area Concentration %Recovery
(mg/kg)
1 67932 0.011 106.11
2 65882 0.010 102.25
3 65006 0.010 100.61
4 65342 0.010 101.24
5 65908 0.010 102.30
6 64949 0.010 100.50
7 64362 0.010 99.39
8 65607 0.010 101.74
9 64215 0.010 99.12
10 71242 0.011 112.34
11 53005 0.009 88.78
12 54722 0.009 91.65
13 71548 0.012 119.81
14 67497 0.011 113.03
15 71432 0.012 119.62
16 58120 0.010 97.34
17 71102 0.012 119.06
18 60848 0.010 101.90
19 60511 0.010 101.34
20 70222 0.012 117.59
21 110912 0.019 93.51
23 109436 0.018 92.12
23 116684 0.020 98.95
24 103609 0.017 86.64
25 110630 0.019 93.25



M5NN 14 (ad)

40

Sample No. Peak Area Concentration %Recovery
(mg/kg)
26 112766 0.019 95.26
27 116783 0.020 99.04
28 104515 0.017 87.49
29 110471 0.019 93.10
30 118057 0.020 100.24
31 90228 0.015 75.54
32 104530 0.018 87.50
33 96044 0.016 80.40
34 95403 0.016 79.87
35 105072 0.018 87.96
36 96433 0.016 80.73
37 QS0Es 0.017 83.69
38 96002 0.016 80.37
39 103714 0.017 86.82
40 98564 0.017 82.51
mean - 96.52
SD - 11.65
%CV - 12.08
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a S a v o v 1
5. ﬂ"li']l,ﬂs']gﬁﬁ)ﬂgiuﬂl WNAUAD ﬂ’]ﬂﬁaﬁﬂ’]ﬂﬂ’]saﬂm‘lﬂ,uNaﬂglﬁatﬂﬂuagﬂjuﬂﬂ

Mnsnasssdanuezudindulussidamanarniuanualtduaiagraiun
#5739 US N UBL U ARUNANANMINTZELIFIAN ] WUNFITOLUILI AR UNNAIE]

USHNUFNAIMNTUIUIUNAINTRAAWU AIMITNN 15 wae 16

MM 15 USinaesuiadunanmeluniwanvsemsaanulusasiuuziin

PUIIUATNIRANY USinaezulindiu USinaifianas
(Tu) (mg/kg) (%)
0 0.17 -
1 0.039 77.06
2 0.005 97.06
3 0.005 97.65
4 0.003 98.24
5 7929 L wu 100
6 @579 Ly 100

M MRL 2asagunidinfumuualin 0.02 mg/kg

mg/kg
0.18
0.16
0.14

0.12

YV

INIUFITONAN

0.10
0.08

—— TUETANA

8 a
0.06 MRL U880 UUUAAY

a

U

0.04

0.02
0.00 ‘ \ ~—— ® =

0 1 2 3 4 5 6
NUIUBAINMTAANY

NN 14 Msaaaazatasuiedulumuen Nenuludasuuziin
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P a & a o v & [ a ' 1Y o
139N 16 ﬂ'ﬁN’]maglnLNﬂ@u‘Vl@lﬂﬂ’]\‘imLuwaNgLﬂ'ﬂLVlﬂﬂa\iﬂjiﬂﬂwuo’[’ua@ijuugin

PNUIUTURSIN TR WU YSinaezuilindiu Usmnaiianas
(M) (mg/kg) (%)
0 0.18 -
7 0.031 83.92
12 0.024 87.01
17 0.013 93.08
23 0.0073 96.01
30 0.0054 97.03
37 9573 LNy 100
4 @599 bW 100

M MRL zasazuniaduiinualin 0.02 mg/kg

mg/kg
0.20
0.18
0.16
0.14 -
0.12
0.10 -
0.08 -
0.06 4
0.04 -
0.02

0.00 \\‘*

0 10 20 30 40
UIIUBIINITRONU

Y

JNIUFIINNANN

—— 1310 TANAN
IS a
MRL V8302 UN5ARY

0

NN 15 Msaanaazatasuiedulumanz@iama Naanulusasuuziin
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wanlSsuisuaneuzmsamaazatazuiafulunaNz@amaLa I WU

Tupruwznazaaemlainhlunanz@ame (mwih 16)

mg/kg

0.20
0.18
0.16
0.14
0.12
0.10
0.08
0.06 -
0.04 -

0.02
0.00 X‘% | ‘ ‘ ‘ ‘ Sy

0 7 14 21 28 35
FUIIUBAINITRONU

—— fuan
==z diand
— MRL

vV

NIUFITIONAN

0

NN 16 WSsusuansINSEaaaITaErIILNAG L LNILINLALHAN DN
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6. msmﬂsmma:ﬁmmﬂm*tﬂumamammgauﬁ‘[mﬂm‘mma

6.1 imsguadinuazualal $1uu 12 Madda anh nzudalduas
uzidamnd nevanld ansawad wilkasan usaalad WENWNULAS A3 ANMATY
wid uoanndilu wasgdil danesaiiensiviinaesudiaiu watsnghasali
wWushuu 9 fade asanuludsnaldiue MRL 3 daaths (15199 17)

#1999 17 HamsieNzimUinaezuileduanaeluaandnannuaauss

Heralwal

§eud WNANEH HAMIATINIATIEH DL UL ARY
1 A wu 0.01 mg/kg (MRL=0.02)
2 nsuaauns as1aliwy
3 LRI avaldnu
4 nxwsla avaldnu
5 dnsaue’ avaldnu
6 wilwasan avalanu
7 uinalna a1 liwy
8 WINWIIULA avaldnu
9 %1893 @saaluwy
10 HNMAVINSE asaliny
11 u,mn'mﬁ:ﬂu Wy 0.01 mg/kg (MRL=0.02)
12 qﬁﬁ wu 0.018 mg/kg (MRL=0.02)

6.2 MMstanFsaraaNInsgIuasuIliafuasludlinddeyiio Tiliszau
ANuENTY 0.02 mgzke  thmnanamuSinaasindiadu Lilamemsegaznsaunay
2030pENNYTe lananuisagazmanunauatluge 80.43-107.57 (9191 18)

M15191 18 sagazmspunaulumsanamisuinaesuimeduludiadinuazua Ly

HUAGN )
TPhLEAN Peak area Concentration %Recovery

. (mg/kg)

0ILLUN 68285 0.016 80.43
Az 69146 0.016 81.12
[NMaEIUS 80421 0.018 90.14
ayu 84939 0.019 93.75
CUEERIEE 101915 0.022 107.33

NeLdDINE 102212 0.022 107.57
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1. MamanIzitsanzayn (Optimum condition)

a v ~ a I'd < a v =y
NMPAYWIFNNENHANCTNYBINITATINLANCVIBLUILNAAUMNYLATIN HPLC
TﬂﬂmiﬁﬂmiazmammgmazzmLﬁﬂamﬁuﬂ%m HPLC eaanziia C18 anwe
15 cm  2wedueugudnae 040 cm  2W06IQATU 5 pm NAmAtaSULUY
UV/Visible innuegn1aau 245 nm wazilSsuiisunudmetaasuuu fluorescence 7
P . . 5 = 1 a ' S a
PNNENNPIY excitation 365 nm, emission 470 nm NUMMIAANLHBzAGUlaY
@389 HPLC Gwnanasaiia UV/Vis iwmnsdmsumsasnaiadseziniliniuanan
Tuerms issandianulidh (Poor sensitivity) laidansaas1niadseauaNNENTY
61NN 1.0 mg/L 1@“%8mmmmsni’mlé’ﬂszﬁummLﬁ'wfl'mlaqmia:mﬂmmgm 0.2
1Y A a ¢ ol A 1o I 4 0 . . . '
mg/L wadafrasfmaeesaiaiifslisuiudesinms derivertisation  AauUMS
a S YV v & o= a v < i o [

AATerime HPLC a4uiafites ey lasiaiiiniy @1aswnzandmsumsas1amans
< . . . . ; <
p9NNd (Active ingredient) azunﬁﬂmu"lugﬂqsﬁwau (Formulation) 2Nia N

WnTugada 1.8% WiV

dmsumsesainesudadumefmanessiia Fluorescence Hanwliganm
SumnzAumenzramsandsluams minsaenaialdnuassauanugniume
sazneInasgu 0.03 mg/L duld nnwlinaspuiiaaniluduasdluag 0.03-2.0
mg/L. @aiie regression coefficient, r'= 0.9998 lagan=nanzanlumsiiass
Aeldeaaniiziin CI8 anuen 15 cm moadurIUgUEnaN 0.40 cm 2NATINATU 5
pm 3UNse sphere  shape 1% mobile phase ‘Uuacetonitrile uaz 10%
acetonitrile/water 8@NEIUNTNLUY isocratic 97:3 _ AMUUABRTINSLUaLINY 1.5

mL/min Y5anesn1s3a 20 b
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a sy o S a o [l o U4
2. "Jﬁmsanma::mmﬂmu’lumammﬂ/mavlu

PNNTINYMIGNMIFNAUL clean  up fmmnzanlasdnozudinfuadly
fmotuaane meozilasiulasd wly clean up @28 SPE @wnu 5 #finda C-18,
aminopropyl, Alumina-B ,graphite carbon/aminopropylsiliga gel taz Silica gel
WU SPE #iia C-18 uaz aminopropyl lwnadifidad %recovery 2asmsanawhiiv
85.19 Wwax 84.13 Haglugnieanduld (70-120%) uazdanuuwiudmatayarniu
A9 %RSD AU 0.19 (A5199.5 Way 6)uddaiianuuanemeiuie ashanalaan
SPE %ila C-18 asildhmadinan@en #9o1atinan matrix fid (Pigment) Tuitawas
winaglumsafainnniimsld SPE #fia aminopropyl #azldasazmedivdadla
WaEQMIEEEMALILDINNI usedhalsfmaiiahmsinneidas HPLC wuhlasin
Tnunsui lalifianuuandieii n1sld SPE wila C-18 azisunaulumsniondad
WasnuazsINsInMsLE SPE #ii@ aminopropyl ashadiulesaiay wae SPE #ila
C-18 fisnaneniaiia aminopropyl Yszanas 111 wazmisld SPE - lumsanauas
clean up eehazaunsaldldnnnth 1 a5 Fasdeaadunulumsiensy ud
Sulludasinmsanuisaiaenlumameniia @uiumsld SPE #ila Alumina-B,
Silica gel wazgraphite carbon/aminopropylsiliga gel mutuaauM e Limane
§msums clean up axunfiafutiioann Y%recovery WAy 17.29 17.89 uas 57.02
Fenniiunaeimsseansy

3. musnmegaiinsaiale (Limit of detection, LOD) uaslininacgniin
USanmle (Limit of quantification, LOQ)

a3nsatamatlunuiteaseilivsnadigaiiosnaialduniu 0.003
mg/kg Fasansonsaialaluszaufienniaves Wehner (1992) afadiageaas
methanol udadavnaeinhluuaedud C-8 wanseannnaadnd C-8 shuluds
aaawf aminopropyl 828 methanol @7 LOD Aildda 0.005 me/ke waaiian LOD 6N
n113%289 Hicks  (1992) Aifien LOD iy 0.002 mgkg  Faiaandiathess
pectinase tivalalaslad Pectin ¥hmsanaaae acetonitrile/water (Javansanaaei
ilushuaadund C-8 udrwzee acetonitrile 3paeeethudrsnadie hexane 3athan
M3 clean up @raAaany aminopropyl §w5ua) MRL yasazuniinduluems
Ussnninsanalianwhiu 0.01-0.02 me/ke datiue LOD wadismsdansiasai
Wiy 0.003 mg/kg danaansathlu1dlumsasaaula
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@h%ﬁiﬁ@ﬁ'wqmﬁmﬂ%mmw (LOQ) 283383ta5zsiiihiu 0.01 me/ke %ﬁgﬁ
nMASuesEnaIsIsiuazan (2548) Milaa LOQ whiu 0.005 mg/ke Fdansilag
38 LC-MS logwaununaniduss K. Yoshii er al., (2000) was P. Satter 289U54%
Syngenta Crop Production Limited #3ghaamsasiadauiiszduanudusuiisining
sansarlalagimsiseiindnlusuvesemsiiinsinasagazieildmase
anszeum LOQ Twemasnidula

4. ¥IANNNABI (Accuracy) wasuaiud) (Precision) 28935M 310

NAIMFIANLRFI0E 981U 40 FrTisTauANENTY 0.01 war 0.02 mg/ke
Lﬁ'ammmgﬂﬁm (Accuracy) #89903t8NzRNUNMBEAzMIAUNSU (YoRecovery)
WU 96.52 Gam919 14 3nmsmanuuiugrluni s lugaideadu
(Repeatability) 289333@5enUD) NszauaNNENTY 0.01 mgke  He %CV
AU 3.86 fiszauanadagis 0.02 mgke i %CV whitu 4.92 waznnmsmany
LLsJ'uéﬂumiﬁwegwhm@ (Reproducibility) fiszeuanudusu 0.01 me/kg fidh %CV
WA 8.69 fiszaumINENTI 0.02 mg/ke HE%CV  Whiu 8.61 damnsii 10,
11, 12 uae 13 uaIAU

ANNgNEalasaNNiNElaSauBuA UM NN 3 wudedlunawing
gaNSuUMNIIAITIU GLP fsdalanisluthnsnainsnhldldlaludasd juamsmly

5. M9ILATHAZUIHAGUANA BTN IRANLIUHaNZIT N ALA = INDA

Iavhmsnasssaanyazinfaduluuzdamanaz o nuadiiudiagaihn
asramlBinaeznifinfunian@emassaraeng | iiaAn®IsaIMsdanseIag
pruNfadu Wednzrdiataniuaniud o, 1, 2, 3,4, 5 4az 6 SUNEINTIAN
GanTNR 17 wunliduusneasmsiaany (1-0.5%) aansaanunulsnaesiiie
fiu 0.17 mg/ke B Wuganda) MRL #i Codex Mnuald 17 wh udmendsmsanny
919 1-2 Ju USinaesanatanasetenaduiiswssuisuiunmsianai 0 Su
WUMaIMSAANUES 1 Tuazuiiindusaadiagsiad JUSinaua1saname 0.039
mg/kg aAMNNAN 4 Uh (anasasaz 77) luiuil 2 nasmsaanulSnaesuide
fuanassasas 97 uaziiUSanansnnde 0.005 me/ke Fesnian MRL fifnuualy
i1 0.02 mg/kg Usinaiansiialaluiuii 3 anasld 34 wh (anassasaz 97) agnlshia
Tughetudl 2 BeTudi 4 wdsmsdanuasagarmesanmssmadiazanatased 4 was
dianm 4 Sundsmsaanuezufedudiliamefmuadinanas 0.003 mgke Wia
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v 5% d v a v o PP ' ] ¥
anaNagsasaz 2 Walsuiuliinamsanmeluiuusnideony (mui 14) uazly

(80 5 U DSUNNAAUINLTNLAIVING

Wammsienzilsinaasanamaludiagns@iamaiui o, 7, 12, 17, 23,
30, 37 war 42 TUVAINSRANUIUBNTILULIN AI91519D 18 WUNLUIULSNYBINISAA
Wy (9 0 Tu) gasmsenunwulimnnezuniniy 0.18 mg/kg ¥ wuganinal MRL
1 Codex Muuald 18 1 wANMEWAINMSAANUZI 1-7 U USHaasanA1eanad
a5 ilawSauisununsianan 0 71 wuhnaamsaanuas 7 Ju HUsunu
v a 1 4 ] <
§150nAN 0.031 mg/kg  anasMntaNUszaNm 4 1 (9nad5p8ay 83) pealsna
Tugaeui 7 893ui 30 NEIMAANUATIFANLENNMIFNLEHILANNBEND 1 Uas
d' o % = 1] < a s 1] n.i % &
Wana 30 Iunasmsaanuasinlingudtlismaimvuagiaunie 0.0054 mgkg
- v 'K P @ a v Y] PR ' ¥ <
visanANagiagas 3 ilafigunudsanad snna e luTuwsnNRa N uazdaana
5L8£IM 37 URLFNYAIND MNAMND 15 NUNMEWIIMIANUBLLLTARY 14
[ = =~ a v | 1 ¥ =] a < a o
W Az lInuEsanANAInaIM MRL mmuisﬂznmanﬂmqulﬂuaa’m
saeizeszyldinuineimenasnsiany 7 34

danBauifisusasnmssanadiuasazundetuludiacheis 2 wiie Aeoauan
LA BINANUNHSNEHEMSHNLAIARIYPAINUAD LUSHLUSAMEVHIN TRAN UL
JaN80E195IAEBTNUUIE A 1 Fa8dateT 9 uaanEMEALanaaiufe
axuniiiaduiiandsluduanazamasauivsnneglussdudiniid MRL g 2
Fu naamsaeny FEmeimlasnadinhluedamesiddnmte 14 Su 9 7 wh 919
Humsshussamsdamafiddanuniigedumsosundedulildanhduanien
MR lFszaznansaagainunUnd waasldiiudianuuanaeesionsinase
SATIMTHAIGIVDIDUNN AR AW 16
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6. msmﬂsmma‘zmmﬂm*lﬂumamamwawauﬁ‘[mﬂmswmq

ynmsgussesiinuazwalal 10U 12 Frednde anh neudldues uzde
e nzuanld daseiued wiluesan uSoalad WinNUNULAY A3 HnMaWeNd
woan Ny wazeiil thanenalensiuiinaesuifiedu danaed 15 wuhana
Liwvazundadudnnu 9 dregh amanudnu 3 Madnda ash waenndgiu

wazgnil luseau 0.01, 0.01 waz 0:018 mg/kg Wagluszaunanie MRL

Namsnaasuinasazasnaspuasindieduadduaisgieaiio Tiiszauana
Wutu 0.02 mgrkeg  shanadamuSnaesuniedy tiammSasarmsaunaues
dhadedegiio lduadanaedl 16 wud e duen axih dameznUd agu
dnsaiued wosnzidiame l@sasazmstunaveglunanimssaniy udashismsade
ansoldldfuiainuasalildloslaififssunuihlinaameiian
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a‘gﬂmamﬁﬁﬂ

1. dnnsiumansangaimsanalensdezunifiafuandelusmsislfinies
HPLC @wmewwasuuy fluorescence maﬁmﬁmmmmﬁ'u excitation 365 nm,
emission 470 nm AaaNUYHA C-18 ANNEN 15 cm 2aAEUIUGUENaN 0.40 cm
wumé’a@m%’u 5 um §Un59 sphere shape 1% mobile phase 1flu acetonitrile uaz 10%
acetonitrile/water 80SIEIUNFNUUY isocratic 97:3  MUUABATINSLUALNAY 1.5
mL/min U3195152a 20 pL

2. 2UABUMS clean up dsdnaadlndnauihlUienzialaiaias HPLC 14
SPE #ila C-18 #iidafidanaignuarsinizininmslyd SPE #iiadu

3. Usmnasnganasaiald (Limit of detection, LOD) waams3tasnziiluy
NUIEATIHINAY 0.003 melkg -~ wazdadnamganmusinald  (Limit  of
quantification, LOQ) 1111 0.01 mg/kg

4. @anugnead (Accuracy)  289338N0INANNAITBEAEMISAUNGY (AU
96.52% WazaNNUNUE) (Precision) 2843M3anmanan %CV laganuuauilu
msv‘i’vgﬂuqmﬁmﬁu (Repeatability) #8101 3.86-4.92 Uaz1nmMIMANNULNUL
°1umiﬁ1‘zgi’wh\rqm (Reproducibility) de Ay 8.61- 8.69

d‘ = (] [~ a & = s v < o (a
5. tilafanuaz e ulunIULaNTNISFANEAILA5INET waziUSHIENS
ANANANINA MRL Tusses 2 Tuvaemsaany Ussamamvined 5 11U §1MsuNzEe
P o v ¥ v o e ~ 1o ' =2 o I~
Az saaaan NI lAssezna) 14 YU J9esimeIn MRL @aduszasiiu

Lﬁmﬁnmnssq'lﬁ 7 W UATEIENINNAN 37 TUKBINITRANY
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NN 28 AaragIaeNNNIUMS derivatization : 1#a)sazans

trifluoroacetic anhydride uaz 1-methylimidazole luns derivatized azla
fsaraeNFdinma
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