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FATIEAUIENTNEANABLINITANTA @NAR19819ALUINI8TS QUECHERS (EN15662, 2008) WaNS2d
Anneviansiuanidlagliinaiadainlaslnnsmiuaanlnsiines (LC-MS/MS) Faflasdudusan
fATild (LOQ) Wiy 0.01 fadn3useAlanit MnNaNTATEINUT FegaaInuUasmIUALNLYas
yaaeInUANIRYANAIerENTnGatiosndt 0.01 fadniusioflaniuniedosnindr LOQ lunnfegne vaued
§1981991nuUamAa0eT 1 NuaITREANA10EENIANSAUSIN M 2.39, 0.62, 0.32, 0.31, 0.05, 0.05 uay
<0.01 fladnSusenlansy ulamnassi 2 wuansiwanesezdmansausuna 2.28, 1.14, 0.88, 0.43, 0.18,

0.05 wag <0.01 Jadnsusentansy wlaannasedl 3 NUaISNERNA1LENIANSAUSUI 4.16, 0.96, 0.47,
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USunay 1.67, 0.36, 0.11, 0.03, 0.01, <0.01 kag <0.01 Faansumvnlansy LazuUaImnansil 6 wuasiy
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ANANIBEYINIANSAUSUIL 2.76, 1.31, 0.89, 0.41, 0.10, 0.06 way <0.01 JadnSuman
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lanfu auaiau
szEzaNSAUAET 0, 1, 3, 5, 7, 10 uaz 14 Sy uaga1nn1sAnsinisaalsdivesesdninialunging
gamqil 2045 °C wunnulduuia 360 Tu laglifimsaanefvosasiivandng
Abstract

The study of acetamiprid residue in Chinese kale for establish Maximum Residue Limit (MRL)
was conducted in 6 trials from 2016 to 2019 at Chaloem Phra Kiat district, Saraburi province  (trial
1), Mueang Nakhon Pathom district, Nakhon Pathom province (trial 2, 3 and 5), U Thong district,
Suphan Buri province (trial 4) and Mueang district, Kanchanaburi province (trial 6). The application
was performed with 10 grams of 20% SP acetamiprid per 20 liters of water (120 liters of water per
rai). The residue field trial was consisted of untreated plot (control) and treated plot. The formulation
of 20% SP acetamiprid was applied with 3 times to treated plot at 7 days interval. After the last
application, samples were collected at 0, 1, 3, 5, 7, 10 and 14 days for residue analysis with QUEChERS
method by using LC-MS/MS. The limit of quantification (LOQ) was 0.01 mg/kg. The results shown that
residues were not detected or lower than LOQ in all untreated samples while treated samples were
found the residue contained of 2.39, 0.62, 0.32, 0.31, 0.05, 0.05 and <0.01 mg/kg (Trial 1); 2.28, 1.14,
0.88, 0.43, 0.18, 0.05 and <0.01 mg/kg (Trial 2); 4.16, 0.96, 0.47, 0.16, 0.11, 0.04 and <0.01 mg/kg (Trial
3); 3.93, 1.13, 1.10, 0.49, 0.10, 0.02 and <0.01 mg/kg (Trial 4); 1.67, 0.36, 0.11, 0.03, 0.01, <0.01 and
<0.01 mg/kg (Trial 5); and 2.76, 1.31, 0.89, 0.41, 0.10, 0.06 and <0.01 mg/kg (Trial 6) at 0, 1, 3, 5, 7, 10
and 14 days, respectively.
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Favuramnm edosu Wy nszuenms Tnines vanui wisuiauans wagingdunmeosdminga 20%
SP (@on13én Tuuaw)

7.1.2 WosUiRng 1iun arsuinsgiuesdniiinga ewuians 98.1% eiesdmaion 2 uag 5
fua et W nszuanma Jnined wanui 1InUSUUsHIRS autosampler vial wazuiaLAALETS
micropipette au1A 10-20, 10-100 wag 100-1,000 lulasdns centrifuge tube vu1A 15 Lag 50 Hadans
syringe filter PTFE wwn 0.2 lunseu 1i5ed vortex mixer 1309 centrifuge ansiaiiang towd acetonitrile,
magnesium sulfate anhydrous, primary-secondary amine (PSA), graphitized carbon black (GCB),
sodium chloride, trisodium citrate dihydrate, di-sodium hydrogen citrate sesquihydrate, ammonium
formate, formic acid haglulasiauinan LA30IRTIVTATIZI Liquid chromatography tandem mass
spectrometer (LC/MS-MS)

7.2 /019
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7.2.2.1 @3393AT189A835 QUECHERS (EN15662, 2008)

1) wisuiegns Insiuiegasiuaziludusululasumadensasdusiagig
waziAulugudfoumgi -20+5 °C

2) Fagreenenztin 10 n¥u 1d centrifuge tube vun 50 §addns afnfeg19m833
QUEChERS (EN15662, 2008) lagiiisl acetonitrile 10 fadans wenduaan 1 w1 Wiy magnesium sulfate
anhydrous 4 n5u sodium chloride 1 N34 trisodium citrate dihydrate 1 N34 Wag di-sodium hydrogen

1 a

citrate sesquihydrate 0.5 N34 udave1dn 1 Wil 1lU centrifuge MBAAET 3,500 Sousaudl 1Wuaan
5 Wil Mé'ammfu@@miazma 5 fiaddns 1d centrifuge tube ww1a 15 §a33n3 715l magnesium sulfate
anhydrous 750 fiadnsy PSA 125 fadn5y wag GCB 45 fadnsy Wwe1nae vortex mixer WJuiaa1 1 w1l
111U centrifuge fiAaEa50U 3,500 SouUdeuTl Bn 5 Uil nsesansavanefilddne syringe filtter vu1n 2
lulaswas Tdvaauiauin 10 Jaddns @mmiazmsﬁﬂiamé”a 1.0 faddns 1d autosampler vial wagifu
10% formic acid 10 lulasans welimdniu Wluieserusinaasivandasiensos LO/MS-MS
3) WA sazasaInsELYeeE N INeluasaza1eRainaIn sample blank 1133

afnsete Aszduanududu 0.005, 0.01, 0.05, 0.1, 0.2, waz 0.5 lulasnSusiefiaddns (working standard
solution) tlaa$19 calibration curve 3Evi19ANMNITUTUYOIATUNNTFILOLEMENTA (WU %) AU peak
area (Wnu y) Fadlen correlation w84 linear regression () litfoandn 0.995

7.2.2.2 a012MIYNUTBRA30I LC-MS/MS dmsunsiadnsieansiivnndnsosdvniingaly
AT
Column: Phenomenex 2.6 um XB C18 100A, 100 mm x 2.1 mm

Temperature : 40 °C

lon mode . ESI (positive)
Source parameters:  Gas Temp (°C) 350
Gas Flow (L/min) 10



Nebulizer (psi) a5

Capiilary (V) 3500
Injection volume : 2yl
Mass parameters :
Precursor ion Product ion Dwell CE (V)
Acetamiprid 223.1 126.0 100 20
223.1 56.0 100 20

Mobile phase : 5 mM ammonium formate in water (A), acetonitrile (B)

Run time : 6 min
Time Flow rate Solvent A (%) Solvent B (%)
0 0.4 80 20
0.5 0.4 80 20
2.0 0.4 50 50
3.5 0.4 50 50
4.5 0.4 80 20
6.0 0.4 80 20

a a
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8.1 Us¢anBn1nuedIsNIsnsIadlaTIent
sz sivandsosnininlufiegreastiidieds QUEChERS (EN15662, 2008) Anwii
SEAUAIITLTY 0.01, 0.2, 4.0 way 8.0 HadnTusoilansyu wuinill %recovery agluyis 76-101% uaz
%RSD oglutis 2-11% fauanslumssil 1 duduardiegluinasiniseousu (Eurachem, 2014) uagadny
udusngauesisiinneiasivanAserdmininlungihiiaiunsansiaialdedsgnieanazaiug,
(Limited of Quantification, LOQ) Wiy 0.01 fadniusieAlaniy

A15197 1 USLANSNINUBIS AT ILHAITNYANA1DLTNITNS A bUAL TN

SEAUAIULTUTY ALade
%recovery %RSD
(mg/kg) %recovery
0.01 18, 77,76, 76, 101, 83, 81, 100, 81, 83 84 11
0.2 89, 87, 87, 86, 87, 84, 88, 87, 88, 87 87 2
4.0 78, 79, 82, 85, 84, 82, 83, 84, 84, 85 83 3
8.0 89, 88, 89, 77, 81, 86, 80, 81 84 6

8.2 @N1IENTEANBAITENINNIAUSAE (storage stability) vesazdndnialuayin

a a

Anwnisaanediseninansiiusne (storage stability) F03a15iwAnA0LIMANSAlLFIDEN
Azt Tiszeziaan 0, 3, 7, 14, 30, 60, 120, 180 waz 360 Ju Insfnwidienududu 0.1 fadnfuseilansy
50 10 WinveeA1 LOQ (FAO, 2016) #a131n fortified mimmgmﬁ'mmLéﬁuﬁuﬁ’mdnué’a WAUFBE19
storage stability Tugusfionmail -20+5 °C lefaszozaniidinw ifegraniinneimeisideitudiu
Freg1991nulamnaed Wi uiisudieens storage stability U concurrent recovery fiafianieluiu

a

Py Lilensivaeulstaninmuesitiiagey nnanmsvaasmuidedsdesaransfivands Y
Fynindaluazthiliulifusssezinn 0 89 360 $u fidnegszning 80-90% Fweglunmrivensu Aearsiy
anfssedliiaatsdluifiunii 30% vesanududuiidnwiviedadefosazasivandafindentios
1INNI1 70% (FAO, 2016) Uag %concurrent recovery agluyaa 75-101% Fauandlunisned 2 Jeagulann
annsafiuiegsasthiiflansfiumnisesdnindalilauu 360 Su ludurfigaumad -20+5 °C TaglsiiAn
MIAaNgRIvedATiYANAY

M130991 2 ANNSEANEAT (storage stability) UBIAINEANA1IDEINITNIAlUALTNTITLELIAR1

USUUAISNANANY Anagiouay
LYTLIAN % concurrent recovery d oA - o o
. Nnaeagy (mg/kg) #13NYANAN
() v v s v
Y 1 Y19 2 19 1 19 2 Wdeag




0 87 101 0.09 0.09 90

3 85 89 0.09 0.09 90
7 75 92 0.08 0.08 80
14 85 85 0.08 0.08 80
30 88 87 0.09 0.08 85
60 92 89 0.08 0.09 85
120 96 100 0.08 0.09 85
180 99 99 0.09 0.08 85
360 95 92 0.08 0.08 80

8.3 USUaUETRYANA1LTNIANIALUALTNANNLUAINARDY

PNHANTIATIZRUTINME SR EAnAsesdndnialusegsprinanulamaaes fildaisny
Snsuuzan wuimdsnauesinininassaninefissezaniuies 0, 1,3, 5,7, 10 woy 14 Yu SUTinm
ansivandnanatnuszesianfuiefiiietu faduwwslduieatuis 6 ulasnisvaass Tngazudiui
Usunasansiiunndnadissezianfuiend 0 uay 1 5y nmsanefvesasiunndaintuaoudnesng
Tuvasiinaudszoznaniufiond 3 & 14 Tu msaefvesasiivanigaosq anawmudisu dadunis
ganefILUy exponential fananslunmil 2 Wnsuvameassdi 1, 2, 3, 5 uae 6 NUAITRYANA avdvnAngnd
Atiosnin LOQ fisveziiuiien 14 Ju luvasfiulameassd 4 fmasfivandne esdmindatieenit LOQ
Faudszoifiuiied 10 Yu duandunnsd 3 wagAI0E81931nNwUasAIUARY (Untreated plot) Asany
USunaasiivandnsesdvnfingavesnindt LOQ Tuyniiegn uandbiiuindnisaansfivesesdnifinge
desunundimsiiuienindy edlsfnuussmalneway Codex Silaifinsimund MRLs 10103
mimsaluazin (FAO/WHO, 2020) waianamelsuivuaal EU MRLs iy 0.01 me/kg (EU, 2020) Fadu
@1 default MRL ﬁaﬁuﬁaizq‘lﬁmmwumiﬁwﬂ@’maz%mﬁw'%ﬂiumﬁﬂé’lmﬁu 0.01 me/ke Faldaniiiu

NN DIIDITIAT?



PN a a v o g v o a a o °
AN 3 Uimqma'ﬁWUmﬂﬂWﬁI‘UﬂZU'}f{ﬂﬂLLUaﬂWﬂa@ﬂWisﬁagsﬂﬂqﬂJW5ﬂG]']@JE]G]T]LL'UZ‘U']

USunauansnennA9asaniansa

STYLLIANNAY
\ Z v (mg/kg)
Wuaqiﬂiﬁq®ﬂﬂﬁl
3) wuaen wuaen wlasn wuaei wuaen wlasn
1 2 3 q 5 6
0 2.39 2.28 4.16 393 1.67 2.76
1 0.62 1.41 0.96 1.13 0.36 1.31
3 0.32 0.88 0.47 1.10 0.11 0.89
5 0.31 0.43 0.16 0.49 0.03 0.41
7 0.05 0.18 0.11 0.10 0.01 0.10
10 0.05 0.05 0.04 0.02 <LOQ 0.06
14 <LOQ <LOQ <LOQ <LOQ <LOQ <LOQ
LOQ = 0.01 mg/kg
4.5
R ]
2 a4 o o H
> ¢ a1 | wUaan 2 WUagN 3
f: 35 - y = 126696055y = 24788038y = 1,889 039
:g 3 | R2 = 0.9296 R2 = 0.9954 R?z = 0.9555
2
ug 2.5
(aaa PN q' a
zZ , X wlas 4y wlan 5 LUagn 6
% s y = 2917409y = 0.429e03% y = 2.4313039%
“&E R2 = 0.957 R2 = 0.7622 R2 = 0.984
& 1
a
2 05
N e —
0 T T u T T PN T ‘FW‘ 1
0 2 4 6 8 10 12 14 16

FTYLIAMRINUDLTNTNIAATIgATINY (F1)

ANA 2 NFINWAAINITEAYFIVDIANTNEANANDETNIANTA L UALLNNLUAINARDIN 1-6
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9. dyunan1maaBILasdaLaUBIUE ;
PNMIANIUTINETIYRnAesdN NS aluaz IeMvuAMUTINMEEAYDIaTiEANATY

o

N1SNARBILUY Supervised residue trials lagnuingliunusnswuzinfe agamansa 20% SP Usuna
10 n3u sloth 20 Ans Shsldeh 120 Arsdield utodifin 3 st udazadeinetu 7 Yu ndsnmsniuansads
anviney duiiviegiangtinfiseezingn 0,1, 3, 5,7, 10 uag 14 Ju ¥idodreunaindie38 QUECHERS
(EN15662, 2018) Wazlinszviansivandsesdnifininseinios LC-MS/MS 2nkan1siaszinuinesd
yimdadinsaaefudeosiuutundninfufsufindu fegsagihnnuameanst 6 was fUdua
asfivanAg exdvnindaegsening 4.16 felfosnin0.01 fadnsusedlansunietesnitan LOQ Tuvad
fegennulasmuauiivinnaasivanfsezdnidniatesndiai LOQ lunndieene aunsaiuiiens
AzthiTansRvanfsezdmdnialiliui 360 Yu luguifgamgil -20+5 oC TnglilAnmsaaieiives

ANSNYRNAY

10. nstmanuIdgluldusslovl

1) Foyavimnmsfvnndezdmindaluasthidnuil awnsnihlusenounisfisnsanimuns,
USinaansiuandnegean lidrezidue MRLs vesUszmelng ASEAN MRLs w38 Codex MRLs titel#1u
\nausienaddlun1san M3 LagnsmuANnTIRAeUATGR i uavdseen

2) MnmsAnMsaaefivesesdmindaluasii sildnsusnsuunihild szeznainisiuiien
(PHI) FeansnsathdeyaluszyuuaannyBeduurinsldingdunsiemsmsinens ieliinunsnsihdeya

tluldlaegagnaesuaziimnuUasnsiesoruilag

11. LBNE1T81994

nauiguazdniinen. 2553, AuurdinsUesdunivausasuazaniangiy U 2553, nsu331N15INYAT
NIZNINLNEATLAZANNTAL. 303 Ui
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