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Preliminary Survey on Neonicotinoid Pesticides in Urine Sample from Selected Asian
Countries
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1. HTRLEH

Fox OAIETH AT HEWE ORBELEIIEMO —@ 2> Tk, LT LIZHHRE
BB EC X 2 AERERIB Y LT 5, BTREEG R E O TR EE LRI 3 5
Wi, BEx IR W TR E =2 ) U V2 FEETH I ENRMLETH Y, BIERFED
es'BANK [ZIRIFSN TV ARELZIEH T 5 Z E BRI TH 5,

BITE, ENCBREMFZCHT ClT, KBBEFMEICE T A L2 ERE T AT 2 2 &
ZEITEE LT, A L FEIZ O W TAERREI D ITEDORFE Z D TWD, Zih D5y
Mrit% essBANK O 7 — 5 A 7RRBHIHE A5 2 & T, [ESTERBEMFFEAT C IR S0 A3 R #E 70 L
WE=4 U T RN TE B AREMEN H D, T 2T, AR, essBANK IC{RAF
ENTWDHT UTHIRORFEZIEA LT, FBREGEME L L THEENBEOREm T -
TWAHAR A =aF /) A4 RREKOBFEEEBIZOWVWTITT2Z L2 BENE LTWS, 34
=aF /A RREHTZ o =aF o L REBRORKHETH Y, BRICERIZEEZ R
T LD, 1990 FREE, BEM. FERAFICHRAP TREAIEHEATWD, ZOff
M EITEFEIMERNIC & Y | MREAEDEMRRE (CCD) & ORJEME L DN TND Z &b,
ARERASORBRBREIN TS, Fo, T4, BEAKSE NOJRZ ENDS O HFEF
WE S, 3A=a3F A RREREICL DR REEG RPN DoH D)3,
TYTHIEICHKIT A FOREEFEBICE L THaRAmAN R EEMHNSE TH D,
TRk 29 AEEEIE, RN ARG L LT TROR A =aF ) A RNREERZRH T 5 07k
WZOWTHRGFT LTz,

2. REIEFE

2-1. FHTRIRWE

(1 FHEWE

1) 77X I7Y FEHS  (Acetamiprid Reference Material, Fiygifisk T 2k 1t)

2) F7 a7l FE#EYE (Thiacloprid Reference Material, Ftffik T 3pk44)
3) 7 AV XY AMEAES, (Thiamethoxam Reference Material, Fiytifizk T 3k a1t)
4) v 777 YN, (Dinotefuran Standard, Frytisk T 3pkia4t)

5) 7 aF 7 = fEEYE  (Clothianidin Reference Material, Filtflizk T 2Rk 4)
6) X7 ur) FERL, (Imidacloprid Standard. Froifik T2k

7 =77 AEUESY (Nitenpyram Standard., Fuytlisk T 236rkUS4h)

(2) WEBIEAEYE

1) 7E#%I7Y F-d3 (Acetamiprid-d3 (N-methyl-d3) (mixture of isomers), C/D/N
ISOTOPES INC.)

2) F7 27 17U K-d4 (Thiacloprid-d4 (thiazolidinylidene-d4), C/D/N ISOTOPES INC.)

3) 7 A %% 2A-d3 (Thiamethoxam-d3 (N-methyl-d3), C/D/N ISOTOPES INC.)



4) v /7 77>-d3 (Dinotefuran-d3, M3k T3S

5) 7 uF7 = >-d3 (Clothianidin-d3 (N-methyl-d3), C/D/N ISOTOPES INC.)

6) f 2 # 27 vV K-d4 (Imidacloprid-d4 (imidazolidine-4,4,5,5-d4). C/D/N ISOTOPES
INC.)

7) =77 A-d3 (Nitenpyram-d3. Mk T kXS4

2-2. PURHATAAEE

JREEHI-80°C THFERAE L. MIERTHIZ 4CREDMEIEICIRIGE LIRS T 5, WL
TRz 0y BE (1500xg, 2 min) L7z, EEA 100 pL 2~ A 7 m By N THEL,
PEBEE S 10 pL 38 L OV 10 mM FiliE 7 o B = 7 AH 0.4ml 27 L TS IBA L= 6
DEZRBEK L LT, BE7 T v 7@ BHcon T, REBoRDVIZI Y Q AZANWT
[FEEDEIEZAT o 7, FRAFENL, —20°CRE DM HE CHlill S 721t 00 I2-80CRk
EOWHE THRE L7z, Oasis HLBPRIME (30mg 1ml) IZA% /—/10.9ml BL 10
mM FEET > =7 AYEIR 0.9ml 2R L CEEZ 2T v a=r 7 L, R ERAR & i@
%L CEARIC B WS & S, ERIEK A % 7 —)v (95:5, viv) 0.9ml THEEH,
AL )=,/ 7K (80:20, viv) 0.6ml TS H72, WHIKITE LT AR L —& ZHOTHL
S, 0.1%FEEH 10 mM FEET v E=0 AEK A X/ —/v (955, viv) 0.2ml T
AR L CRIERIR E Uiz, ATLEROME A X 11277,

FREFIEK 100 uL
— MERIZER 10 pLiFmM
— 10 MMEFEE 7 EZ Y LSRR 0.4 mL

#i
OASIS PRIME HLB 96 plate 30 mg

— AR/—)L 09 mL

BB (FETF:4°C, 1000 ¢ X 1 min)

— 10 mMEFBE 7 E=Y LR 0.9 mL

BB (FRTFE4°C. 1000 ¢ X 1 min)
2287

i Bt (BRFF:4°C. 1000 g X 1 min)

— &K/ AR/ —)L(95:5,v/v)0.9 mL

BB (3B 4°C. 1000 ¢ X 1 min)

— B A%/—)L/7K(80:20, v/v)0.6 mL
BEIDSD B (B :4°C. 1000 g X 1 min)

— &R
— 0.1%FXEREH10 mMEFBE 7V E=") LBk AR/ —)L(95:5, v/v)0.2 mL

EARH
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2-3. HARHT
HEEE 10ul Z@msiRik s v~ 79 7-% 7 NEESHTEE (LC-MS/MS) THfr
L. S ORERER D DREMRZER L CULTORIC S &SV TR ORI G E IR
[ % B L7z, LC 1% Nexera X2 v 27 & (BIEBUERT) . MS/MS & Triple Quad 6500
(AB Sciex). 0¥ 7 41213 ACQUITY UPLC HSS C18, 2.1 mm I.D. X100 mm L., 1.8
pm (Waters Corp.) % M\ 7z,

Cs=(As IA;s — b la X Vil Va (»
=L,
Cs = RPOXGWE DEFE (ng/mL)
As = XEWEOYE—7 miE
Ais = ISOE—7miE
a = BERO—KEFEXOME
= BREHO—REIFKD y Ul A
Vi = RHEEEE (ub)
Vo =  REGUEHE (pL)

2-4, RELOZBIR & 5k

FIERTF es BANK IZIRF SNV CTO B IREVEIN D, 2018 AELURRIZA o RTRIE N
DESHXGE L, 100 BIRIZOWT 5ml F0537E L CEN BB ERICH bR 72, #
BHIR 5L 12-80°C THURER1E LT,

3. MRLEZE

YRR 29 AR L, REEHHORREZ AW TR A =aF ) A RREEDSHTEZ ST L
7o DAF. HERROMIE SO fGl b KO EE R O OO & /T A—X
DAERE /T,

3-1. BEsoiT O&MERET
LC-MS/MS 73#TIZ 8T B4 A AR EORFHE R E2FR 1 1TRT,



# 1. MS/MS Z3#T12 31T 2 I S

Quantifier Qualifier Dwell Ionization
Precursor Product DP (V) CE (eV) Precursor Product DP (V) CE (eV) (msec)

Target Acetamiprid 223.2 126 50 50 223.2 90.1 28 45 50 Positive
Thiacloprid 253 126 40 40 253 90.1 27 50 50 Positive
Thiamethoxam 292 211 30 30 292 181.1 17 30 50 Positive
Dinotefuran 203.2 114.2 35 30 203.2 58.1 18 50 50 Positive
Clothianidin 249.9 169.2 35 35 249.9 132 17 21 50 Positive
Imidacloprid 256.3 209.1 35 35 256.3 175.2 21 26 50 Positive
Nitenpyram 271.2 237.1 60 60 271.2 99.1 25 20 50 Positive

8T Acetamiprid-ds 2261 989 65 55 LT S 50 Positive
Thiacloprid-d4 257.3 126 40 27 - - - - 50 Positive
Thiamethoxam-ds 295.3 214.2 30 17 - - - - 50 Positive
Dinotefuran-ds 206.3 132.2 35 18 - - - - 50 Positive
Clothianidin-ds 253.3 172.2 35 17 - - - - 50 Positive
Imidacloprid-d. 260.4 2132 40 20 - - - - 50 Positive
Nitenpyram-ds; 274.4 126 60 47 - - - - 50 Positive

3-2. BEBENRIA—H
SREG LT EEEB T A—X 23 2 1TRT,

K 2. AOPEDREEE AT A —4

Calibration Determination

Target Compound MDL MQL Range Coefficient Repeatability QC repeat. Blank
ng/mL ng/mL ng/mL R"2 RSD (%) RSD (%) ng/mL

Acetamiprid 0.0017 0.0044  0.0025-0.5 0.9961 4.3 10.9 <MDL
Thiacloprid 0.0016 0.004 0.0025-0.5 0.9973 6.2 - <MDL
Thiamethoxam 0.0067 0.0172 0.01-2 0.9986 35 5 <MDL
Dinotefuran 0.0152 0.039 0.025-5 0.9969 3.9 51 <MDL
Clothianidin 0.0082 0.0211 0.025-5 0.996 6.7 11.9 <MDL
Imidacloprid 0.018 0.0463 0.025-5 0.9982 44 7 <MDL
Nitenpyram 0.0176 0.0454 0.025-5 0.9961 6.9 - <MDL

4. FLHLEBOBE

LEEOBRHM O, RABORA=aF ) 4 NREK TRODIENHSL SNz, Bl
1B, WESL SNT= o HTiE A PRAEHZE A LT 0 | IRFEEIE es-BANK 7> b il v 72 JREE
Dot EtED 5, Flo, FEREHIEIZB W T —HOBEFR AT A —ZNEE LR &
B0, SIEOHRZTELTND,



