X GB

b £ AR #£ 1 E B xR 5 #

GB 23200.39—2016
L& SN/T 3139—2012

B ERRE
AIE A R K B R R R ik B =AY

N E
RHERIE— R/ R

National food safety standards—

T\.P
=
T1

Determination of thiamethoxam and its metabolite clothianidin residues in foods

Liquid chromatography - mass spectrometry

2016-12-18 & 7h 2017-06-18 =Lt

e \RAMEERIEMHANETETRS
ch 4 A B 2t 0 FE 7K Ak &R % 15

ERE MRS E SRS



GB 23200.39—2016

][]

Al

ARARAEAREE SN/ T 3139-2012 € H U4 ity r g ra g J HLA RIS A e e Jiie i B B PRl s YRR €0 — o it
/LD

AFRAELESN/T 3139-20124H 10, FEALLIF:

— BRI SCAAE T UE OR824 B SR HESCAHE 5

—FRUELR “CHOURPE 7 SO “&dh” s

—FRUEVE E R “ H e S RBAT .

AHRHE AR bt 1) 5 AR R AT L

—SN/T 3139-2012.



GB 23200.39—2016
RmREERFE
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1 3EHE

ASRRIEALAE T e VB8 S IV S B ROV €4 /R MR 7
APRBERT AR, K. BT W WA, AL T DWW, . . R
PP SRR S 1AL, 2 SF 0D G R S RSk B R ORI, 3 £ 887 2
f7.
2 kS| FAXH

RENSCAE N T ASCAE R A& AT A L H AR 51 SC, AT H A I RAS & F A5
o NARANEBHIM SISO, HEFRA (BFEFTE MBS @A

GB 2763 & dh e EEbrME B RARKIEEIRE

GB/T 6682 43 #1556 % F K HAS AR 56 51k

3 R

F0. 1% Z B8 L 75 S Bl o A g e e R s RGP B, SR 8 o 0 WS AR AR BG4k, ey
BB TS / SRS E , AMREE

4 RFAR

B A ULEASS, BTRRAI A EIE, KCONFFAGB/T 6682 HLE I—ZK.
5

ZBE (CHCND

Z/R% (CH3COONH,)

2 (CHsCOOH) : 4rifét,

X (HCOOH) .

I (CH0H)

IEEHE (CeH) o

ToKBREREE (MgS0,) = Zriréti.

ToKBRIRAN (Na,SO,) : Zrifrali.

N-NEE = (PSA) WRFfF): Kiff 40 pm ~60 pm.
C10 f SRR BRI (GCB) : 4% 120 pm~400 pm.
11 )b EERE (ODS) #G AR (Cig) = Kiff 40 pm ~60 pm.
401012 )5 2 BT A AL
a) BPXOROKL A WAL SR, MG 50 mg PSA. 150 mg MgSOy:
b) EFXFESE. WE SRR 50 mg PSA. 150 mg MgSO,. 10 mg GCB;
c) EFXTEEF. BEuE. FWIFEA: 50 mg PSA. 150 mg MgSO,. 50 mg Cag;
d) EFxfZEm. KEREM: 50 mg PSA. 150 mg MgSO,. 50 mg Cig. 10 mg GCB;
e) EFXIXSAT. FEIRES: 50 mg PSA. 150 mg MgSO,. 50 mg Cyg.
4.2 RBEHECH
4.2.1 0. 1%ZFR-ZJEWW: BU1 ol 48, ALK ERS] 1000 mL, 2.
4.2.2 10 mmol/L ZPREFHEW (0.1 % HER) « WEFIFREL 0. 16 ¢ LFRET 200 mL HEHF, SH
MDEKIERRSE IO 200 pL R, FH/KERZZIE, R, WA .
4.3 ¥FrfEm
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4.3.1 MEREERRHES (thiamethoxam) : CAS 5 153719-23-4, 43130 CHiCIN:0sS, 4T 291.7, 4f
E =99%.

4.3.2 WERREFRES (clothianidin) : CAS 5 205510-53-8, Z2» % CH:CIN:O.S, Zr & 250.2, 4f
JEE=99%,

4.4 FREBRECH

4.4, 1 WEHUGRFRIERE VTR AERARRECE S E IR AR S CREE 0. 01 mg) , HANEHE, FCH
% 1000 pg/mL FIARAERE & W, —18°C R RAF-

4.4.2 WEHEPRAEGE VTR AERRRRIOE B E RURARAE S RIE 0.01 mg) , A LNEWERE, Ao
A% 1000 po/mL bR HERE 2, —18°C FARAT .

4.4.3  WEHUGRAINE IR A bR TARIR R AR 75 2240 ) OO B e W s 1 i 2% VA VR I e P b fi
R, A OREMRER 1 po/mL bR AR, —18°C MRfTE.

4,44 BRI KA R R B AR S e R ¢ FRECE AL AR S 1R B T

4.4.5 FEFARME TR : FRAES2L0 75 B BUE VR S AR e TAEE R L5 25 1V TR BRI 24K
FIPRUE TAER, L BLAC .
4.5 M
4.5.1 FHFLIERE: e, 13 mm (id) , 0.2 pm.
5 {UEEMgE
5.1 JEEZOEAR RS- B BIEAC: BRI E S IR (BSD .
5.2 BriEHL.
5.3  HEIEHL.
5.4 HTRP: BEES BN 0.01 mg #10.01 g.
5.5 HMFEIRY .
5.6 JigimiEEIES
5.7 BNl BEAMKT 4 000 r/mins
5.8 B0 HIZE, R LM, 50 ml.
5.9 ¥sF: 100 mL, E.ZE.
6 REFHEZESHRE
TERIRE R R, DB IR 2 35 Geali R A A 25 7% B & = AR Ak .

6.1 XHEHIF
6.1.1 KX, XE. FF. £
BRERMEAE 500 g, FIRMHENLRCRE. TRET, 0 I AE N REE, 433%, %MW, T 0C 4CHRAT.
6.1.2 3. HEX. FH. F. ODRE. g, B
BURERMAER1000 g, FKH CRRTHZKEES UIRES, R B BYU RS I TSR B, 1
YA E R, 433%, %M, TO0C 4CHRAT,
6.1.3 BRF. A
B MRS 500 g, K HUIWE S, MRS EN RS SOl TRERAR, TR, 70 A iale,
nEE, B, F-18CLRAT.
6.1.4 4
BURERMAE L0500 g, VREL, ¥ N mIE N REE, 3%, %, FOC 4 CHR7F.
e DL RRE SR34GB 2763 AT .
ShER

1 EWESK
1.1 KK, X2, BF. FE. EE HEE nF. DS, 7. B, 1. 50

FRELS g OREREZ20.01 g) 3FET50 mLES O, WA ATERESIMS™8  mLK, FLEAFE 5
SE, 12I0.5 he I ZH-Z AT 2 AR AR 20 mL, $49)50. 5min, #2471, 7E40°CLL RidFH
FEHL30 min, 4000 r/min®Cr10mine HY_EiE1. O mL, Jiad &35 i 40 B E AR AL BG40, BIZUREE Imin,
4000 r/ming.Cr10min, B IGO0, 2 wmdE AR e, VRO (it — 5 / B A a2 .
7.1.2 38RF. A

7
7.
7.
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FREXEg CFERZR0. 01g) BFET-50 mLES O, MAZ3g/KIREREN, WA, MAL0 nLZR-Z
FEVEW, 10 mLiEC%E, #JFidmin, 4000 r/ming.0r10min, HBRIGEB IR, BORSGEHE
SR, WEZIEE. #WEMSEEESIRI—X. H10 nlZBEREECKEE, BAESESE, WEL
G2 BIF=IRINER CIEE, 1E40°C FHEZEZIET, HAM-OEHEReERE20 oL, 1.0 L, i
3 B TA BUE A AR B, BIZIPRPE Imin, 4000 r/mingS.010min, B IEWFHO. 2 mmiEfEit vk,
FHVBORH ot — o 1 / o A 52
7.2 RE
7.2.1 fEHBESEEG
a) VMR ACQUITY UPLC BEH Cis, 50 mmX 2.1 mm (i.d.) , KifEEL. 7 bm, BUPEREAH 4.

b) FEi: 35C,
o) WBIAEERE: WKL,
1 RBIAHVERES TR

7] (min) (mﬁﬁm 10 mmol/L ZBREHW (4.100 (%) HEE %) St
1| Initial 0.25 90. 0 10. 0
2 0. 50 0.25 90. 0 10. 0 1
3 2.50 0. 25 50. 0 50. 0 6
4 3. 00 0.25 90. 0 10. 0

d) #FEE: 2.0 HL,
e) FEMERE: 10C.
7.2.2 RiESEERHG

DB A
7.2.3 fREHZKRECH

LS. 0gZ FRF it il Ik 117 A B 20 IR ) 8 225 o0 2 VAV, R o AR )V MR 222, 04 5. 04 10. 0+ 20. 0
40. 0~ 100.0 ng/mL, ANid i S5 mibnE TAEMZE, &I IEC.
7.2.4 EEWZE

AT SR P AN AS A i 26925 8 S A2 o s J5E O S I S PRSI, 5 R P b oA 2 R 2
VR EARAE TAE VAR R ARAE TAE I 2R, F BRI BT IS 5 o 4k 24 (i SR I E 2R PR Bl LA « 78 1
IRALES AT, 168 HUBRFIEE H 1 () AR BE ) 1R 20 33 298 2. 51min 12, 92min, 22 S M 251 Wi 2 B 2 L
BB, 1,
7.2.5 EMRZE

TE PR ZAE T AT I E AR AR5 U420 1 B IF ) IS E s VA Y0 P B BT ) PO B TR 8 P, 9% B8 X
FERT 2 B8 55 b s B REDGE 25— 350, AR ZE AN 3R 2 vl e ()Y ] o Ve ER R AT e e b 4 i 1) 22 s
7 ) el ] 2 LR B EIB. 1

2 RN R AR BT KB R ZE
AEXTERE (FE%) >50 % >20 %ZE 50 % >10 %ZE 20 %
T VF HIAF X 22 +20 % +25 % +30 %

<10 %
50 %

7.3 Z=ER®
ERAIRESL, 93 BRI D BT .
8 SHRITEMRR

VBURR B — o i / o U 4 000 g TR e e e i R AR 24 100 3 P R P e ot 205 5 B, Ao it 205
ERARIE (1) 5

e
X g R B R 2 B B B, A N2 e T30 (mg/ke)
C——MbritE 2 1S 2RI R, AN RoE =TT (Re/ml)
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F——FE RGBS AR, AONETE (nl)  CRJ7E+0520. 0 mL)
m—— R AR TR AR R, AN (2) .
VE: THRERIUNERE A, WE S R TATIE W EAR T EEERR, REPIAA T
9 HEE
9.1 FEHRZVESFA NIRRT AL E 25 R e 2 5 HEARPIERE (B33, NS
SRDIE K

9.2 EFIUMESFAT T SRAG RPN OIS E £ R4 2 (0 5 HEAFIERHE Cans) , BT EH
3K E K.

10 EEPRF0[E Y%
10. 1 EER

AT ¥ 6 e B R i () 2 A BR 40, 010 mg/kgo
10. 2 B R

ARTE R INAR FE AN [ i WL 5% Co



Mg RN U S5 1 2 BT 5 25 2 A1 -

a) B ESl+;

b) K7 =: MRM;

c) B4HE L 3.00kV;
d) ZMAUAE: 800 Lih;
e) HEFLAVLE: 50 L/h;

f) Z¥EFIRIRE: 350C;
g) BOK#HLE: 650 V;

h) &R E: 110 C;

MiRA

(BERME B 3R)

W e R IR B BRI S AT B E R i

) WIS, MR EAHEILEE (WRALD -
AL M RIGRATIEE BRI 22 S S M I 20 A 2
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A M 70 I BRI i) HEFLHLE (Cone) ilf 1% fig 5
) (Channel Reaction) (m/z) (DwelD  (s) V) (Collision Energy) (V)
*292 /211 0.050 20.0 19.0
g H 1
292 /181 0.050 20.0 10.0
*250/169 0.050 16.0 15.0
g L Jf
250/131 0.050 16.0 10.0
e R TR

UL L fir 5 2 5502 7EWaters Acquity TM UPLC-Quattro Premier A 52 /i, 5 HHRIE XSS B SR A Tt s %,

FEAEE Kl F R, S b P 2 S R AN ) R B 5 R A s
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PisR B
(BTRHEBI3R)
TR B IR ok B A R R

MRM of 4 Channels ES+
A1 2821 =2107
e

_ 2
100 1.07e4
= 2]

126 150 175 200 225 250 275 300 305
FMRM of 4 Channels ES+
2521 = 180.6

_ 251
100+ 5.54e3
s
D T T T
. _ 225 250 275

300 325

125 1.50 1.75 2.00
MRM of 4 Channels ES+
1004 2.02 260.2 = 1686
1 7.7Ee3
]
u] ] Y+ 1 rfrr+o g rrrn . +or—+ror—p1 +o+ o r—p*+rrr 1 Trrr o1 T 1T T[T T T T T T 117
125 1.50 1.75 2.00 225 250 275 3.00 325
MREM of 4 Channels ES+
100~ 2.9 2802 =131.4
1 4 82e3
=
] 2.34 2.82
=7 g rrrr oo e T |—_"ﬂ' T T T T e e [ me

125 1.50 1.75 2.00 225 250 275 3.00 3.25

[Z[B. 1 MEefE/EHREEFRAERR GREA10 ng/mL) LC-MS/MSEYZ S 7MW (MRM) & iEE]
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3% C
(BERHMEBI3R)
BECHER. MR AR E W ERSEE

RC.1 B hBRAE h fR A FE R R RRIRE R B (%) (n=10)

b ININIREE (mglkg) g R [RI KRB (%) | M g R CRE ] (%)
0.010 72.4~79.6 84.4~106.4
KoK 0.020 88.2~103.6 92.2~106.6
0.040 92.3~102.1 92.4~108.7
0.010 73.2~93.6 76.8~94
B 0.020 71.6~76.2 79.2~93.2
re 0.050 70~78.1 90.16~102.8
0.10 87.2~105.8 87.8~100.6
0.010 82.0~99.2 74.0~94.4
E S 0.020 83.2~98.2 83.2~95.8
0.040 88.5~95.5 85.9~95.1
0.010 104.4~109.2 84.4~97.2
e 0.020 94.4~109.6 90.4~107.2
i
0.040 84.7~108.7 72.6~89.3
2.0 91.4~955 78.2~89.7
0.010 74.8~101.2 73.6~99.6
il 0.020 78.2~99.0 75.2~100.2
0.040 86.1~99.1 80.6~104.2
0.010 90~102.4 72.8~97.2
i 0.50 99.3~108.4 94.7~104.9
1.0 100.3~105 98.5~107.8
0.010 96.8~109.6 82.4~100.8
A 0.020 98.0~110.0 86.2~103.2
0.040 101.1~109.3 84.0~91.0
0.010 75.2~98.8 92.0~100.0
=LY ) 0.25 72.5~84.0 91.1~100.2
0.50 70.6~89.0 71.8~87.7
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b ININIREE (mglkg) g R [AI S RSB (%) | M g RICR B (%)
0.010 73.6~99.2 87.6~106.0
B 0.020 102.8~107.4 100.6~109.4
0.040 103.0~112.8 101.1~109.8
0.010 75.6~85.2 84.0~95.6
0.040 93.0~105.5 94.9~107.1
iR
0.50 89.6~108.0 96.4~112.4
1.0 97.6~104.4 98.2~101.8
0.010 71.6~95.2 83.6~101.6
B 0.050 82.6~91.1 90.7~101.4
& 0.10 80.9~88.1 95.0~100.7
20 (MEHUEE) /50 (MEHUI) 79.2~97.2 80.3~95.5
0.010 78.0~93.2 88.8~107.6
A 0.020 80.4~96.6 83.4~96.8
0.040 79.6~97.0 74.1~93.3
0.010 70.8~86.4 80.8~98.4
A 0.020 70.2~84.6 73.4~91.8
0.040 82.1~92.7 80.5~90.4
0.010 83.2~92.8 94.4~109.2
445 0.020 76.2~86.8 92.6~103.8
0.040 95.0~105.3 97.6~108.8

FE: PR SERE Y MRL B, IR IR e 45 SRR DL SRE S i e 8% KA /KT RS Ik 2
FE_ENLTHEAT 40 T Rk

A. Kl 2000g/kg B, FRE 10 £% E _EALRG I

B. #IN/KFN 1000g/kg I, #kE 10 £ )5 LA,

C. 7Ky 500g/kg I, Hike 5 £ 5 RS,

D. #IN/KFA 20mg/lkg (BEREE) | 50mg/kg (BEHUE) B, HBE 200 £ )5 ML .
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Mt ® D
(BT MR
IHENESMHER
#* D1 XWEAESHEKR

BWASEE BEE
mg/kg %
<0.001 36
>0.001<0.01 32
>0.01<0.1 22
>0.1<1 18
>1 14
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Mt RE
(FUSEEMIR)
T =EFINMEER
RE N STERREFNMEER

HAUHAS SR BEE
mg/kg %
<0.001 54
>0.001<0.01 46
>0.01<0.1 34
>0.1<1 25
>1 19

10



