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Determination of metronidazole and dimetridazole in edible animal and
their feeds for import and export—LC-MS/MS method
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1 EH

AFRUERLRE T i 0 GRDRE o R e A A K £ S b R e R AR A R e, —
iR R A B LAy 0 — VP g a7 B R € 3 R/ R O S O 9

A B MESE AT 0 ARDRE e PR e A R R e | R O i DR R R s B AR A 5 2
W, K e e A ) R B e R R R A E

2 MEHSIAXH

FHUSCHXS T A SRR R AT . FURTE B 3651 A S0 0 H 3189 RUAE T 43X
o JURATE B BIE 51 RSO  FC RO iR A (L3 B A 16 B0 38 A7 4 30 f .
GB/T 6682 7347 5& %o % K MUAS 50 0y

3 HERE

HaHZMIBEREIL AR TELERBERER, 2R A B AE FRBRER LT, WA 6%
T/ T T W 5E , AP E

4 R F0 R

B 5 50 WL 5E A B 0 29 O 4 4 s K R A5 & GB/T 6682 #LE B — 2K .
4.1 ZERC W faikat,
4.2 LN ke,
4.3 FTIKBREREE.
4.4 % .36%~38%.
45 HfE. fAikaf,
4.6 HiK:25%~28%.,
4.7 Wik,
4.8 REBIPHRE F3&HAH 60 mg/3 mL,
4.9 0.1 mol/L A2 . B H 5 mL L8 (4.4)F1 595 mL /KiE4 .
4.10 PEMLAEW :5 mL /K 4.6)H 95 mL FEEA.5ES .
411 01%HIHER/K:1 mL HER(4.7)H 999 mL KiIRE .
412 EFW 80 mL 0.1%HHF MK .11 ,5 20 mL ZHEIRS .
4.13  F5 ¥ & : B B4 ¢ (Metronidazole, C;HoN; O, CAS: 443-48-1), 4li fF = 99. 0% ; ¥ & B 54 m
(Hydroxy Metronidazole, CsHyN; O, , CAS: 4812-40-2), 4li fBf =>99.0% . — B f4 Bk ¢ ( Dimetridazole,
CsH:N; O, ,CAS No.551-92-8) , £l B =>99.0 % ; ¥ 3 — ¥ i Bk ¢ ( Hydroxy Dimetridazole, C; H; N, O,
CAS No.936-05-0) , 4l i =>99.0 % ; 47 8 — ¥ fil§ Bk ¥ ( Dimetridazole-D3,C; H,D; N, O, , CAS No.64678-
1
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69-9), 4k BF = 99.0%; 5L ¥ % — § 4 %k ™ (Hydroxy Dimetridazole-D3, C; H,D;N;O;, CAS No.
1015855-78-3) , 4l ¥ =>99.0% .

414 PRMERESIEIR EWRARBEARES (4.13)0.01 g Fl00 mL ABH. EHLVEFRER. AP
FERZZE RS, BCHI A E R 100 pg/mL AIFREMFIHEWR . 7E 0 C~4 COKEPREF AR 6
MH.

415 FRMEPFEER ERBREMREESRR(L.1D]l ol F 100 mL ABEF . FEEEEZE,
BA) BH RO BE 1.0 pg/mL MFRMERE BN 1 mL 1.0 pg/mL REFKRT 10 mL FEHR+S, P8
EREZE RHREEEY N 100 ng/mL MtrEPEBER. F0C~4 CKAPEE. AHH 3
A,

4.16 SR bR ARV - w0 A BRUTUAR — FR S K e A A8 2 — P O e s ofE i & 9B W (4.14) 1 mL
F 100 mL H#RBEP.FEER mL 8 Fr HEE W B 1 mL

1.0 pg/mLEFRER K T 10 mL 2 BE¥ A 100 ng/mL BA$RT
EEW . T 0 C~4 CrkFEF R
417 BRfE TR RIETESJBCEBIREPE B % 0.25 ng/mL,0.5 ng/mL,
1.0 ng/mL,2.0 ng/mL,5.0 ng/mL,10.0 ng/ BB HBE.

5 UEBEMEE

5.1 WM&/ FiEEK AL
5.2 A KRF . E&ESHIH 0.01 m
5.3 4 L5 L,

5.4 B.0#HL:10 000 r/min,
5.5 WIERAR.

5.6 BHMHEELE .50 mL,
5.7 {HFLUERE:0.22 pm JERE,

6 HRHESRE
MRS dh H BUH A R

AR 5 O WB0RE 5 AL O (B S
BRSO P R, T 18

B SGR S AN kg thE
GHR2Hh EATHEGROE

7 MESE

7.1 EE
7.1.1 R#

WHER 4 LA BT 50 mL BREGELEG.OOF,MA 4 mL K, FMAAGLIERFR
(4.16)40 pL, i8S JEMA 15 mL ZBRZ BR R IR 57,10 000 r/min &.L> 10 min, ¥ EHFHEEA S —
S0mLEAEESL T BEBKA oL ZMZEREEEER.AHERK. AR T.-MA
0.1 mol/L%; /8 (4.9)25 mL,RIE¥ 4], 5 k.

7.1.2 miF
WHER 2 mL A& BT 50 mL REEELE G.OF . MAARG TEHERA.16)40 pLIRS)E

2
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MAZHE 2 mLREH A WA 15 mL ZBZF5,2.0 g BAKBBREE, IRIERH 5,10 000 r/min &L
10 min, ¥ E#HWEA H— 50 mL RFEHEOH, REFRA 15 mL ZRZBERIEEZ RN, 5K
WL AWK TF A 0.1 mol/L #£#2(4.9)25 mL, R 5] . frg k.

7.1.3 @x

PRI 5.0 g(FIRAAE 2.0 g HEHE) 0.01 @ #E5 B T 50 mL BAME.OHG.6)h IMANRT
YEZE W (4.16)100 pL(Hi IR AWk i 40 L), #% 8 15 min J5, A 15 mL Z B Z B ¥ HE AR 2 min,
10 000 r/min®5.L> 10min, ¥ F i A 50mL BFEHBE LT, REHRA 15 mL ZMIMBERIBEER #
B, 23 R B, BT A 0.1 mol/L #£/2(4.9)25 mL,iRIB¥ 4, Al i 4553 8 il .

7.2 &

R4 BYPHES T 32 b (4.8) KA
HAREN TR KKA S mL 0.1 m
5, Ve AE 40 CARI EARSKT A 1 mL @&
838 - 0 / B3 S 5E

7.3 WE
7.3.1  RAE &R RS

WA £ 3% R F .
a) failH.Cs#E,100 mm X 3.0 mm
b) #i|.40 Cy
¢)  WBHAHEAL0.1% B ER K I
d)  #ERERE:20 pl;

e) JRIESHRM: WH® A

7.3.2 EMARAE

WA EHE 1A BEEF, 21
¥ e X 7 £ R B B 1) 25 E 2.5 %0
TR R L e 3o ) M £

b5 iy , 5 b A 2 OB E
L 3 36 v Ak (4.10) YR 3 ke
yit 0.22 pm JE B (5.7) , 43 AR

s

JBE 2% 4 L A s A PR AL

0 i R B BN 19 5 0 o T
f1%) A X 3 BE 5 ok BE I A R
ILSE () 9 [ U AT ) o

FFAEXF 7 1 5 I 40
R TEHEMEINENEFEEARKLTFRE
B F >50% 20%~50% 10%~20% <10%
FUVF B 38 K ) 2 +20% +25% +30% +50%
733 ERNE

R AR R e 0 o A OO 32 B N R A ) B M TP O R — A R AT M o B . AR ME TR
HH 2R e A B 3 S G B M A O R0 R O A A 0 (o o (S0 R R o T B P . A i
AT A ¥ A e | E Y DK e B R N T K e 1) R B B ) AL AL 2 R o VRO A8 1 A R
i) 26 I W il (MR M) €53 8 2 0L [ 5% B,
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7.4 Z=ARKK

BR AR Ah 99 R R AT .
8 ZRITHERA

R F AR R i 43 30 (1) T B0 P e 550 5 e I e e 0 B — Y R PR R B R 4 AR
B3 AT

Ci A A
X_CXZXA_'. A_

1 000

VX— (1)
W "1 000

X
A

X — b PRI 50 5% B i AR OE B T SRS 8 71 (pg/ke B pL/L);
¢ A HE A 0 P A 0 2 4 ) VR B B S A LB 2 T (ng/mL)

¢ B b R AR R BE B A N S ZE T (ng/mL)

A —FF i PO 4 20 Y e T AR 5

A R HE AR bR ) o) e 7T AR5

V. —— ke A ERBL B ZE T (mL)
A

A

B TR PR OB B 4 S A T (ng/mL)
R AR B MR TR

b M T L W

m ——RER R R IR  B(H R T (g 3 mL).

9 TFEMERESER
9.1 WERR

A% J7 3 X R v A e 3 B R S (PR A 1.00 peg/ kg  F T DK e B B AR SE IRPR A 0.50 pg/kgs
Bl 0 BRI PR e 5 A | P R e R R KA % B A S MK PR 34 O 0.50 pg/kgs 31
L5 T A R P A | R o % 3 B R DK A 5 B A S (R PR B 1.00 pg/kg

9.2 mErE

AT ¥ B 7 ] 7K ST 8 T e JBE 0 [ 5 % FBL 2 DL 5% C.
9.3 HBEE

ATT RS B A9 L IR B 3 LI 5% D
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Al HBEERBREHS
WFE AL,
KAl BEEBEEH®
1 B B[] it shA A s B
79 min mlL./min % %
1 0 0.4 80 20
2 3.0 0.4 60 40
3 4.0 0.4 10 90
4 4.1 0.4 80 20
5 6.0 0.4 80 20
A2 R/ RENUSH
JE %/ RIS ST -
a) BTFE:ESLIEST;
b) FLEE A
c) SAEFHHE:10 L/min;
d) ZEALS HF1:275.8 kPa(40 psi);
E) :Fﬁﬁiiﬂﬁ:%o uC;
D EYEHE:4 000 V;
g) KIS 400 V;
h A#HFLESFEME:

i)

R 75 = 2 RO I (MRMD S LR A2,

18]

Aol v B B A BTSSR0 7E Agilent HPLC-MS/MS(1290-6460) Jif 78 A% | 5¢ A # , 1 4 31) 4 X 30 A ()
HWRSMRNTHREESH IFAW Rl B H SRR & 2R AR KBS {3,
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RA2 REBENSHF

A R TR E R TN T A

(LB i [ . ]
e s T FEF ﬁ%ﬁw e |l 18 AE AL A
m/z m/z min v Vv
96 120 25
1 Yk e 142 2.2 SRR FY i g
81 120 30
139.9° 90 10 mEE—
2 ¥ 3k — H Y e 158 1.8
’ 112 90 15 EF i I e
20 AR
3 B i s 172
: 10 FH i g nge
: 8 FARER I
4 ¥ L R g 188
14 FH g Ik s
5 ﬁi{ﬁ%;;Fﬁﬁ 145 25
AL —
6 161
i o v

il L O i 2 AR A 30 0 £
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W % B
: (AR )
FAESNTAERSERK LN MRV &iFE

%102 |+ ESI MRM Frag=70. 0V CF=0.000 DF=0.000 CID@20.0 (142.000 0->81. 000) WorklistData—5. d

‘/‘L Y142, 0/81. 0)

+ESI MRM Frag=70. 0V CF=0. 000 DF=0. 000 CID@15.0 (142. 000 0->96. 000) WorklistData-5. d

=

x10*

%102 +ESI MRM Frag="70. 0V CF=0. 000

+ESI MRM Frag=90. 0V CF=0. 000 DF=0. 000 55. 100 0) WorklistData-5. d

x10%

ZFERPERE(158. 0/55. 1)

04

%102 +ESI MRM Frag=90. 0V CF=0. 000 WorklistData-5. d

0
%10? +ESI MRM Frag=90. 0V CF=0. 000 DF=0. 000 CID@10.0 (1§ . 900 0) WorklistData—5. d
1.0/142.9)
0
%10? +ESI MRM Frag="70. 0V CF=0. 00 listData-5. d

o

orklistData-5. d

%102 +ESI MRM Frag=75. 0V CF=0. 000 D D) WorklistData-5. d

: A

+ESI MRM Frag=75. 0V CF=0. 000 DF=0, 000 CID@14.0 (188. 000 0->126. 000 0) WorklistData-5. d

x10? |+ ESI MRM Frag=70. OV CF=0.0
l

$5 3 5 188. 0,/123. 0)

x10*

A ¥ 3 W M 188. 0/126. 0)

0,20,40.60.8 1 1.21.41.61.8 2 2.22.42.62.8 3 3.23.43.63.8 4 4.24.44.64.8 5 5.25.45.65.8
Counts(%)vs.Acquisition Time(min)

B B.1 FRRS M RN R K R AR 0 1 AR - B/ OB R IV T & E (1.0 pe/L)
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%102 +ESI MRM Frag=70. 0V CF=0. 000 DF=0. 000 CID@20.0 (142. 000 0->81. 000) WorklistData—18. d

— F M (142, 0/81. 0)
04

%107 +ESI MRM Frag=70. 0V CF=0. 000 DF=0. 000 CID@15.0 (142. 000 0->>96. 000) WorklistData-18. d

Z FEIPKM(142. 0,/96. 0)
04

%10? +ESI MRM Frag=70. 0V CF=0. 000 DF=0.000 CID@15.0 (145. 000 0->>99. 000) WorklistData—18. d

/L SUAR = RS WE (145 0/99. 0)

w102 +ESI MRM Frag=90. 0V CF=0. 000 DF=0. 000 CID@15.0 (158. 000 0->>55. 100 0) WorklistData—18. d

ik — HRYPM(158. 0/55. 1)
04

+ESI MRM Frag=90. 0V CF=0. 000 DF=0. 000 CID@10.0 (158. 000 0—>139. 900 0) WorklistData—18. d

ok — HIRIWE (158, 0/139. 9)
O_WWWWMM

x10? |+ ESIMRM Frag=90. 0V CF=0. 000 DF=0.000 CID@10.0 (161. 000 0->>142. 900 0) WorklistData-18. d

=

/\ : SRR — TR (161. 0,/142. 9)

=

%102 |+ ESIMRM Frag=70. 0V CF=0.000 DF=0.000 CID@20.0 (172. 000 0->>82. 000 0) WorklistData—18. d

HRM(172. 0/82. 0)
O‘MWWW

%102 +ESI MRM Frag=70. 0V CF=0. 000 DF=0. 000 CID@10.0 (172. 000 0->>128. 000 0) WorklistData-18. d

(172, 0/128.0)
04

x10? |+ ESIMRM Frag=75. 0V CF=0. 000 DF=0.000 CID@8.0 (188.000 0->123. 000 0) WorklistData-18. d

¥2 LT RIM(188. 0/123. 0)
0_

+ESI MRM Frag=75. 0V CF=0. 000 DF=0. 000 CID@14.0 (188. 000 0->126. 000 0) WorklistData-18. d

¥ IR 188. 0/126. 0)
D_“/WW.WWMW/\/MNMMM

0.20.40.60.8 1 1.21.41.61.8 2 2.22.42.62.8 3 3.23.43.63.8 4 4.24.44.64.8 5 52545.65.8
Counts(%)vs.Acquisition Time(min)

B B.2  FR R 0 R K e R i = R O ) RO AR - R/ RO R F e E
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Mt ® C
(EHEMR)
] i

R C.1 R RN R DK A % X 16 490 7E R (5] 4R 8L T R A iR ok S R B W R SE

e E (17 iz 32 51 [ s hn e g (] e 52 5 [
FE A ey BE & k&
" a rg/kg % " : peg/kg %
1.0 85.4~110.5 1.0 82.5~109.2
FF i s 2.0 84.3~111.4 g R | R 2.0 82.5~112.5
10.0 90.2~113.1 10.0 90,9~113.8
A 4= 4 kel
0.5 91.0~109.6 1.0 84,7~114.3
=7 1.0 90.7~108.5 FF i s 2.0 84,3~107.0
- ; : . ; s .
5.0 89.9~112.3 10.0 91,1~113.3
A T IR B
150 91,.3~114.7 0.5 81.8~112.4
Y
FH i s 2.0 88.2~116.3 1.0 85.1~108.7
Ibf: w4
10.0 91.3~113.9 5.0 80.7~101.7
X0 e 45
0.5 90,2~109.6 1.0 90,9~114.5
O
1.0 90.1~109 B iy s 2.0 87.3~111.9
Iof s
5.0 91.3~109.3 10.0 81.5~113.5
iR
1.0 80.5~112.3 0.5 90.0~109.6
F fif§ g 2.0 83.9~110.6 ~ T 1.0 90.4~111.4
IDF: 4
10.0 90.9~111.4 5.0 90.9~110.0
X 1 R
0.5 80.5~110.4 1.0 81.1~111.1
=Fm 1.0 84.3~108.0 F i e 2.0 84.8~111.2
B : : ’ ; ; : .
5.0 81.4~102.9 10.0 91.9~113.6
e e 46k
1.0 90.5~114.4 0.5 91.4~106.4
- O HA
F i mae 2.0 90.4~110.5 1.0 90,7~108.2
I e
10.0 87.8~113.3 5.0 90.6~109.8
444
0.5 91.4~109.4 1.0 87.3~113.6
R
1.0 88.8~111.0 H il 2.0 88.8~112.2
Ik g
5.0 90,1~109.6 10.0 91.4~113.5
M HILR
0.5 91.0~109.2 0.5 82.4~110.8
g Y
o e 45 1.0 90,8~109.3 1.0 84,4~110.4
1D 4 D e
5.0 91.4~108.7 5.0 81.4~103.5
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R C.2 RN RN R A E R E S A R E R e Rk R E K R

s e [ g 3 7 [l % hn e 1 ] Wi 32 3 ]
B L] FE =2
a pg/kg % : " pe/kg %
1.0 90.8~115.0 1.0 85.6~110.8
FF iR s 2.0 86.4~109.1 FE il e 2.0 84.6~107.8
10.0 90.1~115.2 10.0 92.9~113.7
1.0 81.8~113.7 1.0 89.7~114.4
5
2.0 88.4~112.0
il mae
10.0 90.3~112.3
4 Il 1
1.0 89,9~105.0
L
= 2.0 92.0~109.0
IDF: s
10.0 90,4~105.0
1.0 90.9~107.7
FZF "
% 2.0 91.2~111.0
FH i o e
10.0 92.0~104,0
0.5 93.3~109.7
F i e 1.0 84.2~104.4
5.0 88.2~107.5
0.5 91.3~110.3
B
EH 1.0 83.2~104.4
fir s
5.0 86.8~108.2
4 bR
0.5 90,6~108.2
— 1.0 84,0~107.9
K g
5.0 86.6~108.0
0.5 90.0~110.0
ek
- 1.0 83.4~105.6
FH A3 IofG e
5.0 83.8~110.0 5.0 86.2~109.8

10
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M % D
(TR R
REE
D1 HHEMM_PHEEKEERBEVEARARNERPNEIMKEREZEEE
5 e e W% VO a5 e % R i
BE & &y = 4
n a . % fin e g /kg y
1.0 3.17~7.37 1.0 3.11~8.64
F it e 2.0 3.32~7.28 FRGER | B 2.0 4,89~7.41
10.0 4,15~5.83 10.0 7.27~17.66
Xt 4 4
0.5 91.0~109.6 1.0 5.90~9.44
= 1.0 90.7~108.5 EF i gt 2.0 3.32~5.71
5.0 89.9~112.3 10.0 4.06~8.51
4 TIR B
1.0 6.61~7.17 0.5 81.8~112.4
T HY
FH il 2.0 6.29~6.89 1.0 85.1~108.7
B ige
10.0 6.72~8.22 5.0 80.7~101.7
R e 45 k)
0.5 90.2~109.6 1.0 5.55~9.11
ZHWH
1.0 90.1~109 g s 2.0 5.54~9.00
B e
5.0 91.3~109.3 10.0 6.48~7.23
2R
1.0 6.70~8.73 0.5 90.0~109.6
B i mge 2.0 5.00~7.71 —7mW 1.0 90.4~111.4
10.0 6.51~8.60 5.0 90.9~110.0
FERRE )
0.5 80.5~110.4 1.0 4.47~10.1
T
1.0 84,3~108.0 B i s 2.0 6.24~7.57
B g
5.0 81.4~102.9 10.0 6.47~8.17
¥ He 4R K
1.0 5.09~9.01 0.5 91.4~106.4
ZH A
g s 2.0 4,15~7.68 1.0 90.7~108.2
B gt
10.0 7.53~8.79 5.0 90.6~109.8
4 4
0.5 91.4~109.4 1.0 6.75~7.99
—e 1.0 88.8~111.0 B s e 2.0 6.12~7.24
5.0 90.1~109.6 10.0 4.26~9.39
TR R
0.5 91.0~109.2 0.5 82.4~110.8
CHA —HH
ke 45 Rl 1.0 90.8~109.3 1.0 84.4~110.4
Dk s BE g
5.0 91.4~108.7 5.0 81.4~103.5
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®D.2 FHEM_PHKEERHENEFARINERERFINEMKERBETEEE

5 I ik BE e EE Bimyk BEELE
b ke , ) H a5 )
ng/kg % rg/kg %
1.0 3.64~8.22 1.0 4.59~7.52
H i ngs 2.0 2.71~8.11 g e 2.0 3.86~6.72
10.0 4.49~9. 64 10.0 0.75~8.49
1.0 5.52~7.42 1.0 4.84~5.95
2R T ESE 1
2.0 3.89~7.11 2.0 4,25~8.79
firg 4 i e
10.0 6.78~7.58 10.0 5.75~6. 68
4 I 7§ 3 1M 75
1.0 89.6~119.0 1.0 89.9~105.0
—HH —H
g 2.0 81.5~116.5 " 2.0 92.0~109.0
Ibf e D g
10,0 88.5~120.0 10.0 90.4~105.0
1.0 87.0~113.0 1.0 90.9~107.7
2 N = -
2.0 92,0~114.5 2.0 91.2~111.0
FF i 1ok mge EH i o s
10.0 89.0~118.0 10.0 92.0~104.0
0.5 4.07~5.99 0.5 2, 78~5. 81
Y e 1.0 4.63~7.79 H i nge 1.0 4,18~8.91
5.0 3.14~8,92 5.0 5.31~8.94
0.5 3.08~6. 29 0.5 5.99~7.01
BaLH ¥
1.0 3.78~7.84 ol 1.0 4,24~8.01
5.0 5.19~6. 88 5.0 5.14~7.67
4 R R W
0.5 80.0~112.0 0.5 90.6~108. 2
—H ) Y
1.0 84.0~113.0 1.0 84.0~107.9
Iof: g Iofe e
5.0 87.6~107.5 5.0 86.6~108.0
0.5 90,0~110.0 0.5 90.0~110.0
2P S Z-F. -
1.0 85.7~110.0 1.0 83.4~105.6
FH Y i e FH T ke g
5.0 83.8~110.0 5.0 86.2~109. 8

[T

8 :155066 « 2-33258

SE i -

18.00 T
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