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National food safety standard—

Determination of robenidine residues in animal derived food by

liquid chromatography—tandem mass spectrometric method
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EmREERRE
HYERRPEXRMZLEENNE
R BIE- BB R A

1 SEE

ASCHERLUE T S £ i b SR IR B B A 0 1) S8 A AP0 98 RH 0 3 - 3 K T 3 ) ARG 00 7 7%
ASSCPEIE T X A LD TR B BEE TR+ R 2H 2 SR I B ) 0 E

2 MIeMEsSI A

A SO A P9 7 e SO R S A A SO AN T A B A, Heb T HT R SR SO
A3 H XTI B MCAS S T AS SCPF 5 AN B389 51 SCPE G e ROAS CRL 3 BT A7 9 48 Bl ) 3 T AR
A

GB/T 6682 70 Hr 56 56 % FH K BLA% AN g6 7 3%

3 REBEBMEX
AR BEA 5 2 E AR TR FIE L
4 R
R B A SRR ICHT 0. 106 FH IR &0 I 2 BB, [T AR A JORE v A, W80AR (5 3% A B0 5T 3% 12 0 2, A ARk
E
S AN A

B 53 A HLE A BT AT R o e Fr i K R A5 A GB/T 6682 MLAE I — 42K .
i

1 ZJE(CH;CN) . i ali
2 WE(CH,OH) . {aigal,
.3 HRR(HCOOH) . taifaf,
4 ECEE(CiHL,

5 “HIEM(C,H;09),

B iR B

1 0. 1% RSB B R 0. 1 mL,JHZ BB ZE 100 mL,
2 85%LNEVEWE BN 85 mL, FH/KFE B¢ % 100 mL,

3 0. 1% W ERAKEW B AR 0. 1 mL, /KR BEE 100 mL,

4

5

oo oo oo oo oo o

0. 3% F R /K I W - BUFF AR 0. 3 mL, /K B2 100 mL,

5 50% ZNE W PR KW G 50 mL, 0. 3% W R K IS MR B 2 100 mlL,
5.3 RES
5.3.1 AR (Robenidine hydrochloride,Cy; Hy, CI,N; s CAS 5 :25875-50-7) : & 8 =>99. 0%,
5.3.2 # S HM-Ds (Robenidine-Ds hydrochloride, C,s Hs Ci; Dy N; , CAS 5. 1173097-77-2) : & =
99. 0%,
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5.4 1 SR MIUKR M fifs 45 W - BUER 8 SR AR v b 38 i R XS T &R K 10 mg) o A 25 Bk - i R i il
VIRIER B EAE 10 mL 255 0, BCH B0 BE R 1 mg/mL BIFRMERE AW, —18 CLLFIR17, B3 6
NH.

5.4.2 SRR e TAE W« 8 it R MPR HE A 45 WK 1 mL, T 100 mL 25 o, FH FF s e 2 20
e ) JSC v B S 10 pg/mL B SRR IEAR HE TAEW . 2 'C~8 CLRAE. AR 3 M.

5.4.3  GIENR-Dy bRk £ BUER R S R T-Dg b A S 2 MY T & K I-Ds 10 mg) , i — F I BRGE
s e AR B2 8 2 10 mL 5, O BUK BE R 1 mg/mL B9 SR I-Ds WARE & . —18 ‘CLL
TORAE AR 6 A

5.4.4  GEORNK-Dg N AR IRV W« B B BUEUR IE-D AR 45 WK 1 mL, F 100 mL 25 & b, A A
B2 20 B WO A B O 10 pg/mL I SEORM-Ds AR TP IS . 2 C~8 CRAE. AR 1A .

5.4.5  GIRM-Dg P9 AR TAEV W - 1A 2 BUR A I-Ds AR RE R 1 mL, F 10 mL 252, 1 B
B 2 20 LB S R 1 g/ mL B EIEI-D P bR TAEW . B BLRD .

b MR

5.1 HLB FEAHFERH:" :200 mg/3 mL. oA 24 % .

5.2 ik A AL AR A BUH: . 500 mg/3 mL, BUA S,

5.3 e ALUERL 0. 22 pm.,

54 B0 50 mL,

5.5 ZIEIRE 10 mL. 4 0. 1 mL,

oo o oo oo

(op]

Y EE AT &

YBOAH (5,335 - R IR BT 43 - T F W 55 B U
M R B 0..000 01 g F10.01g,

R i O L F AT K 8 000 r/min,
HAL) KA.

T e TR A 2

[E] A 2 ke

AWAL

(<2 B < < R < PR o < PR o )
N o oW N =

~

KB HESRET

~

S RAEEEE

YU i B VR 9 25 (sl a2 2, R IR B

a) WU I A AR AR R

b) B E B A R VR 2 R

o) UG 95 FURE Al WS NS BV BE bR o ARV WA A S R
7.2 H@EMRE
—18 C LA F R4

8 MESR

8.1 4EE
BOKR 2 g(HER ZE £0. 02 g), F 50 mL B.08 , I & R I-Ds AR TAEE W 100 oL, im0, 1% H
1R G W 5 mL, i iEIR A PR 10 min,8 000 r/min &> 10 min, B FE . F 0K 1 mLIRA) AE

1 AR FLB AR BORE (U2 T B85 O R3S Rl 00 B0 B P 52 0 1R ) T 5 sl 605 A B
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WL
8.2 &k

Wb e S A AR AR A O T I 2 mL 36 Ak HOSS TR 1 b A e B A 8B 0 1 W T 10 mL i b, i
8500 OBV R 2 mL WUk, IR, T 40 CRAMBEFUNT 2 mL, #HAIK 8 mL RS AN WK 2.

I HLB [ AR A O RO B 3 mL K 3 mL & Ak B R 2 b A K 3 mL R 3T 30 s,
IECEE 3 mL Yk il T 10 min, FEE 5 mL PR AR BEL IR . T° 40 C AR T, JH 50 %0 & i H BR7K 5
1.0 mL % 5R A0 W T , JE e Iw AL ik RS aok i o (A VB0AR €8 335 - £ R BT 33 00 7
8.3 #REM&EHH &

i 2 USROS T AR V0 U D N AR AR 8 WG 5, ] 50 20 &M P R 7K 335 WA ¢ TE A A
AN E N 5 ng/mL .10 ng/mL.20 ng/mL.50 ng/mL.100 ng/mL.200 ng/mL.500 ng/mL F1& # K-
Dy WARYI R 100 ng/mL (4 & 51 A5 e W, A WRORH €835 80 306 T35 00 5 . LARRAIE 25 7 Jo 4 €5 33 04 17 A A 0
A R T IV P A VS VR VAR R SRy A A A 22 TR o iR 2, SR IR Dy R R A DG R B
8.4 Mz
8.4.1 BEXEHUHSELH

a) %k Cis (100 mmX 2.1 mm,1. 7 pm), 8404 ;

b) AR .30 C;

o  HEFEHES pl;

&) P 0.3 mL/min;

e) WA A NGB 0. 106 R KW B EEVE I S LR 1

x1 BERBREH

i ] A B
min % %
0 20 80
0.5 20 80
) 80 20
6 80 20
6.1 20 80
7.0 20 80

8.4.2 RMEEHGHSEELH
a) BT HWEE R R
b HA R T
o) ATy 2 R N W
d HEEHE:3.0kV;
e) YRR 120 C;
D ZFAEE 350 °C;
g)  HEFLAWH 50 L/h;
h)  ZFA W 700 L/h,
25 8 Pk L R X BCHE L e Bl A AR A LR 2,
*2 SFXMEIFM-D;NREE. . EEBFREFLBE GEES

51 15+ ¥4 1 f] EVEE T E R B X HEFL AL 1ilf 1 fiE 2
: min m/z m/z \Y% eV
334.2>>137.8 25
SRR 4. 00 334.2>110. 8 10
334.2>110. 8 40
FAN-Dy 3.97 342.0>>142. 0 342.0>115. 0 40 10




GB 31658. 13—2021

8.5 WME*
8.5.1 EMME

TE AR A PE R o 1ORH 10 SR MY P B IR 8] -5 b v T AR T S % I B k) AR X i 22 7 +
2. 500 VLA, EAGIN B A4 AR 7 5 2 B, 004 5 e B AR 2 A TR AR I AR N T B R 22

PLFF& 3R 3 YR,
®3 EUWENBEANBEFFEFENRRATIRE

WAL E Y
PO S Yy =50 20~50 10~20 <10
FOVTF 9 35 K A 22 +20 425 430 450
8.5.2 EENE
B3 75 T I AH N7 ) s o A A PP 05 T 22 SR Y, $50 R A 1 LU IR B F o €0 3 08 T R A L

Y A B e 9 P ) S 2 I 7 (L 28 07 7 ASC e G I By 2 BV L PN . A L3 - il A5 1 R L SR IR

s v U R I B o (T P DL S AL
8.6 =HIXE
s 1 ARORE  BRAS AR WIS R AR [ 600 5 A0 R A7 P AT R4

9 ZARiTEMRR
R SRR IR B B o of il 2 i X (D IR

X =

Ais X Ag X Cis X m

A

X — Ok R ISk B8 ) B B R B B T 5 (g k) 5

Cis —1URHA TR h SR I-Dy A A5 MR B B9 B 5057 R 90 58 B 22 T (ng/mL)
Cs  — bR W R IR BE A B0(E, 057 R 94 se B 2 T (ng/mL)

C'is P VRV R TP SR I DA A ¥4 2 1) A1 S B R 40 5 45 22 T (ng/mL) 5
A ORI R S R KA e TR

A —1URHE W SR I Dy P4 B B W T AR 5

As o THE P TR SR AR I A 0 A

A'is P RV TP SR I D DA A 1) 0 T A 5

Vo R AR B T WA R AR B = T (mL)
m KR BB B v ()

10 RAUFERGE EBENETE

10,1 R&gE
ARITERRIMER N 5 pg/kg. EHRHN 10 pg/kg.
0.2 #EWmE

A ><A;S >< CS >< CIS ><V D R R N N R R NN

ceee (D)

ARTFPEAEWUA JFBEFNE JEZH LY 10 pg/kg~200 pg/kg WM K- E 8y BICR 7096 ~120 % 5 1E

MR 10 pg/kg~400 pg/kg THNHEE K EARICR R 70%~120% .,
10.3 HBEE
A7 A P AR S b v R 22 <20 %%, St Ta] AR X BR R 22 <20 % .
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SR PR T 9 WP A B i (B PR DL P AL 1

% MRM of 4 Channels ES+
100 3.94 341.97>115.01
1.61e5

t,min

0.50 1.00 1.50 2.00 2.50 3.00 3.50 4.00 4.50 5.00 5.50 6.00 6.50 7.00

% MRM of 4 Channels ES+
100 4.00 334.195110.8
6.62e4

3.78
t,min

0.50 1.00 150 200 250 3.00 350 400 450 500 550 600 650  7.00
BT 5 U .

1— SR MURHAE B8 7 I it (% 151 (334, 2>110. 8) 5

22— AR N-Ds R AF B F it i {0335 &1 (342, 0>>115.0)

Al SXMRERRFIESFREGIEE (20 pg/L)
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