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Determination of chlordimeform and its metabolite residues in honey

Liquid chromatography - mass spectrometry
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RAREERFE
BREPRAREERHIRERNNE RHEEE—RIS/RIEE

1 EH

APRAERR & T W28 A A R ERUDR R AR R (4-AT R 2R A% AVRORH €8 1 o vt /o B A 7 vk .

APRHEE R T8 (FEMLEE . 6% E%E . J9e% . W% bRk A HACEHY) (4-5 48
FHORIG) Wk BE & 1 VRO ot - o it/ o 1 0 s AN e, e & i i S BT
2 MEMSIAXH

R ANSCAERS T A SO R R A AN T D . FLAEE B R 51 SeE, AATE H 3R R A& T A
o FAEAEHEAM S H SO, HEERA (BT Eses) EHF AT,

GB 2763 & il B ZE e & fh AR 25 Rk IR =

GB/T 6682 43Hr =26 == F /K MRS AR 56 v

3 R
R S ALK R R I R, ZHLBE A AR B 1340, O €0 - B BCBR B A 5 ,  AMR i sE

o
4 RAFIAE
A RES, Fra RS g, AKCNFFE GBIT 6682 HILE I — 20K
4.1 {5
4.1.1 ZH§ (CHCN) , FESORAH 4L,
4.1.2 WE (CH;0H) , mERrtaigal,
4.1.3 AHEMH (NaOH) .
4.1.4 BilR (HaSO0s) o
4.1.5 HPR (HCOOH) , 4lifF=99%.
4.2 BHREECH
4.2.1 0.02 mol/L SSAAANER: M 800 mg EAMMNT 1 Lk, RN 1LANH.
4.2.2 1 mol/L BRBRVEW: Ti&EE/KHE8 A 54. 3 nL IKELES, WIEMLRE, FKMRBREE 1L, {#
WA 3 AN H
4.2.3 10 mmol/L BRMRVEWR: Ti&EE/KPZZEMAL0 0L 1 mol /LERRER, i MLEE, FKMBEZELL,
ERBRNINH.

4.2.4  CIEKER: OB K (3+7, V/V) .

4.2.5 0. 1%HFMRIEW: 1 oL HBREMET/KE, HFEEZE1 L

4.3 PR

4.3.1 ZRHBEFRUES (chlordimeform, CioH13CIN2, CAS: 6164-98-3: 4i[F>99%) F1 4-5 48 F A fachr vk
i (4-chloro-o-toluidine, CyHsCIN, CAS: 95-69-2: #AifE>99%) .

4.4 FREBRRES

4.4.1  FROEfEASRBIECH]: AERRARIDOE & 1R BURANA-SUAR 2R Behr i, FH C RS TC I BOR FE AL, 0
mg/mLISFRUERE VBT ZIEAE- 18 CURFE TP RAE. RO NI2AH .

4.4.2  BRUEFENARIECH]: F Z0E 7 DI R RBEARTE i S R B LR EZN1. 0 pg/mL, KT-4°C 64K
A7, ARIHA6H .

4.4.3  BEUARE TR MRS . AR TR L, I B B I — s bR o R DDV, R S R

1l B R FE VR S bR e ARV (KT 4 CREGEIRAE, LI
4.5 8

4.5.1 HLBFEMZEBUME GERENS AR « 60mg GEE: BHEZME-— 25T | 3mL
oA 2 TR OES mLFEE . 3 mL/KIEAL .
4.5.2 ThALIEME: 0.22 mm , HHLER.
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NEBFEE
TR it - A BE G . oA T E = TR (BSD) .
TR BE 5280, 01gF10. 0001 g.
IR %5
[ AL E S
WAL
B0 15 ml.
PR : 10 mL, HZIE,
TE IR K .
RERZFERE

e

BURRVEME B R M 29500 g, BUFEERALIZGB 2763FHSRAAT, XoF Jo4h i A B R i H A PE 38 50 .
XA S5 AT I B RE , EE SO T, BRI E T AL 60 CRIZKE IR, IRG, Rk Al
RMEJE 5T, A R =R, AR D OERE R IR R . RNGE SRS, BE, ARURid.

O N O U1 & W N~

5
5
5
5
5.
5.
5
5
5
6
6

6.2 IWERE

BT IR T RAF

FERIRE R BRI A o, RS20 LA 52 B35 Qe A BB B Y & AR
7 SHIR
7.1 ER

FREGAFEL g CRRE2)0.01 g) T 15 mLE L A, 10 mL 0.02 mol/L S A AANA W, 7£2000 r/min
NRERE G, .
7.2 B

B IR E HLB [FEAHREBUCR: A, FEIIN 3 mL /K PRI 0, oM. I 3 mL /KA 1 mL
10 mmol/L BRERVEMIMFE /M, FEZWEW, #hT. W 2mL 285N, WET 10 mL & d, el
EREFRYGET, WA 1.0mL Z8: K G+7, vy, IRGEM, i 022 pm JEE, HLE.
7.3 ME

7.3.1 HHEGIE-RIESEERHY:
a) Bl CisfilftE, K 50mm, W 4.6 mm, FifE 1.8 um, BUFH Y
b) B CHE-0.1% T RRVEW, FHIEETERAE WK 1

R 1 BB R

B8] (min) 0.1%FFERAR (%) B (%)
0.0 70 30
2.0 70 30
4.0 5 95
7.0 5 95
7.1 70 30
13.0 70 30

c) Vmid: 0.50 mL/min;

d) . 30 C;

e) #EREE: 10 uL;

£) BTH: HEBZEE T (ESD ;
g) AT EET,

h) W7 2 BN (MRM) ;
i) BRI % A

7.3.2 BiENESHIE
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FR PG A B AL A W &5 B, i s W T AR AR AR HE ARV, SRR AR RE I S AN S 4
HERE, W05 BR v AR TE TRORI AR 5 0 A A5 0 (1 e ISR 34 I R ASC B A I ) 2R MRS Rl Y, F bt T4 i 2k
AR E B TE LIRS 5 T 28 HUPR RN 4- 5048 H 2R B 1 2 25 (R B I 18] 29 331 o 1.3 F14.4 min, 2% dLBK
F14-50 408 F 2 e b E 5 22 S R AG (MRMD {233 & 2 L B s B I&IB. 1.

o HEBRURH €0 - S 25 1R I 52 A S RIAR HE TAR VA, FF 5 1RO 0 € 5 U £ B I (1] 55 B o o 6 2 1)
LR EE I (A1l ZE 7E£2.5% 2 P s HLRE & rp 35 293 1 8 1 PR A N = B 5 e I B R0 b o A 3 R L 1)
SEVE B T HMIXS R AT B, ImZEANHERL R 2 MUE AT L, U AT ) 5 A ot A E S I R 4

#® 2 EMRIEFNENBTFFEENRARVHRE

AT BT F >50% >20%~50% >10%~20% <10%

SOV HIAR R i 22 +20% +25% +30% +50%

7.4 THSW
FEASIAREEA, 3% kil g 2 AT

8 HRItHMRA
IO TEEAR AL BENL B A% R (1D T SEulhe 2% FRPR B 4- 540 2R ik e

X=M ................................... (D
Asixm

VP
Xi TR A R PR ERA- R0 R IRk B & &, BN Z T30 (mg/kg) s
Ai FE H o HUPR BI04- 50410 FE R Ji e e T AR 5
v FER R 4 B AR, B =T (mL);
Asi PRt AR I o HUPR B4 0410 B R i IR e T AR 5
Csi FRUE AR R UK E4- AR R IZ R B, B e B2 (pg/mL)
m AR R, BAN().

VE VPR FUE, AR AT ISE B S AT AR, DR A R
9 WEE

9.1 FEEEMERM TR UL E 55 RN ZH 5 HERFAENIE (A%, NS
B SRDIE K
9.2 FEFIUMERAE TR I SO E &5 RN ZH 5 HEARFAENIE (A%, NS
B SRERE K

10 EERMOKE

10.1 ZEER
AITE E RN 5 pg/kg.

10.2 [EER
BIINACE N 5. 104 20 pg/kg I, % HUBKAN 4- 5040 AR AE AN 7] 228 J52 v B 728 o WAe 2 LB =% C




HLIGE 55 B PR S5 261k

a) B RS Tk,
b) HLE VR BRI

o) K= 22 ke Bl

d) FA: BA;

e) FWSAIEI:
) B
g) THEAIRE: 350 C;
h) THESHE: 9 L/min;
i) DHER AL,

4000 V;

0.207 MPa (30 psi);

Mt & A

(FRHERR)

GB 23200.96—2016

) BEET, mEEE (V), fHEREE (eV), EMETX (mz). BEE X (mz) IR AL;

RALTRIPRA 4-FB PR BEHETE R T ERE X, R, AR

o | EERTA | RRETH | WAGE | AR
(m/z) v (eV)
Sk 1199@1{}1127 51 197.1/117.1 130 gz
4 R e 142/125 118 ;}

Aeridb A S A TSI 2% 5t 44 = 1E Agilent 6410B LC/MS/MS U5 B FH A _E 58 B, eAb ) H ARk Be A 2%

MSOONRMSE, AW KEH 1, SdilbrE 2R R R e S s .
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Mt X B
(HERMEMIR)
KR 4-RBP R ERZ REER (MRM) &iEE

2102 +MRAM (1971 - 117.1]

o
44 T chlordimeform
34
2
15

2102 +MRBM (1971 - 125.0]

o
0.8
0.6
0.4

#1071+ MAM [142.0 > 108.7)

£ 4-chloro-o—toluidine
5
4 .

102 +MRAM (1420 - 126.0]

=

=t

=t
i
0.5

05 1 15 2 25 3 35 4 45 § 55 &
Counts we. Acquisition Time [min)

E B.1 AR HBRAD 4-F 48 B R fchr v i 2 e B2 (MRMD &= % K] (5 ng/mL)
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Mt % C
(HERMEMIR)
EE R 3 s B A 4- 5,40 B R BR A0 m (B e =R

% C.1 HFEMEIWRTEE (n=10)

o A Uk 4- SR IR
H AR Tﬁﬁ% 1 i %
EISCRSEE (%) TR R % %) 5 2 H %
5 86.4~102.0 7.5 86.2~105.3 8.6
M 10 88.3~110.3 8.3 87.1~111.4 7.0
20 86.9~111.2 7.6 88.8~111.4 8.3
5 86.7~109.6 8.6 86.2~109.3 8.7
biilb 3 10 76.2~100.5 75 92.3~108.8 9.8
20 81.5~110.2 10.2 88.0~114.3 9.0
5 86.3~109.8 9.0 85.6~112.2 9.9
1 5 10 75.8~101.0 10.2 90.8~110.8 10.0
20 82.6~109.8 9.7 90.7~105.0 6.7
5 86.9~99.7 4.8 87.4~107.6 6.2
FAEE 10 82.6~101.5 7.9 87.9~112.5 9.7
20 83.0~112.2 9.7 89.5~106.9 6.4
5 86.1~113.8 9.2 86.2~112.2 9.8
H i 10 81.4~101.2 8.1 93.4~110.5 8.6
20 83.1~101.1 7.4 87.8~110.6 8.0
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M & D
(BISEIEBR)
IRENESHER
& D1 XBENEIHEK

WS &R R E
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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M R E
(RSEEMIR)
TN EEFINMEEK
* E.1 EREEBRNMEER
BWAS &R R E
mg/kg %
<0.001 54
>0.001<0.01 46
>0.01<0.1 34
>0.1<1 25
>1 19




