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National food safety standard-

Determination of cyproheptadine and clonidine residues in pig tissues

and urine by liquid chromatography—tandem mass spectrometry method
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1 SEE

ASHRHERLRE T AL SUR BRI B BRE AT AT AR 52 PR RE AR € - R B B M0 5 7 v o
AKRHEE T HEWUAL FPRE BB % R 8 e T AT 2 e 2 B B Al

2 HeMsImxH

RB SRR T A SRR N S AN T . L H AR S SO, A0E H I F AR &
TR NEAANEHAK SISO, HEoRA (BFEIE B8R EH T A
GB/T 6682 43T 5256 == F K A ARG 77 v

3 BE

AU R PENE sl n] IR, FHERYE SRR, WO (il - BRPUE N 2, AR
PR JRBTIRE IFEBE ST AR E, LR, BARABUES AL, RO Tl - 8 B v I
E, WARIEE .

4 XFIFIAARL

B A A RE SN, BTAEIRAI AT AL, AKCNFFEGBIT 6682815 11— 2K .
4.1 RF
4.1.1 HEE (CH0H) . faifhal.
4.1.2 ZJ (CHCN) : fajfa,
4.1.3 PR (HCOOH) : fhif4li,
4.1.4 H/K (NHLOH) .
415 #HEE (HCD .
4.1.6 TifREE (Mg,S04) .
4.1.7 FAH (NaCD .
4.2 ARRECH

421 1mol/lL THEVAW: HUELER 90 mL, H/K#FiBEZ 1000 mL.
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422 1%WRR OIEER: B 5mL, H ZBEMR 2 500 mL.

423 0.1% R WWHER 1 mL, HA/KFFEZ 1000 mL.

424 CJE-0.1% IR : L 0.1% TRRVEW 80 mL, MG 100 mL, JRA.

425 S5%E/KHERR: WZ/K5mL, HFHFEMES 100mL.

4.3 tRESR

4.3.1 #hERFEPIE (Cyproheptadine hydrochloride,CyHy N HCI,CAS 5:969-33-5) . #hER W[ 5k
5 (Clonidine hydrochloride,CgH1oCI3N3,CAS 5:4205-91-8) : & &1=>98.0%.

432 Whr: R —FFi#k (Diphenylpyraline,CoHisNO HCI,.CAS 5:61-76-7) . #hFERH] HkiE
-D, (Clonidine-D4 hydrochloride,CoHgD4ClsNg) = 75 &34 =98%.

4.4 FREBREIE

441 HRAEREAI (Lmg/mL) - HGRERIEHENE . HHhIRTTARE . BRI IR BIMAI R IR 7] oK
Dy FRAESR 2 10mg, KEERRE, AT 10 mL &, AR EEAIERREZE, B
B FE 5y 3 1 mgimL 1 EhER FEBENE . SRR T SRE  EhIR AR MR BRI T IR 58 -Dg AR UE
W ACTIRAE, ARGHE6 MH.

4.4.2 VREIMELTAER (10 pg/mL) = 73 A 55 5 HUER IR R PEne Fl SRR W] AR e AL 2 T &%
1mL, T 100 mL =i, FWFEIEBHMBERZIEE, SR 10 pg/mL (25 ER 28 B e
FNER R Al SR E AR UE TR 4°C FRAE, BRI 3 MH.

443 VREPARPIEE: o RSB S HCGR IR R R ARG A 100 uly EhER T IR E -Dy it 75
1mL, T 100 mL &, AW EERREEZIEE, FOH S ShMR — AR hk Lug/mL AR AT AR
5E-Dyq 10 pg/mL FHEA WFRH IR . T 4CTIRAF, AR LA

444 WREWARLIER: HEFBOREGNAATREE L mL, T 10 mL &fid, HaMm-0.1%
FRVA R R 2 21, Bo il A SRR —ZRHiAK 100 ng/mL FEEFR W] 4R % -Dy 1 ug/mL IR S
PAR LA, I PR .

445 HrdEfhZehl . K EIOR G AR UE TAEANR G WA TAEOE &, FH 285-0.1% HR
T TRUR PR R BREE AN AT SR8 R E N 0.5 1. 10+ 50 Al 100 pg/L R ARG ARUE TR, Hh
o BRI IR R (K94 B R BRI 1T AR - VR BE 433K 5 g/l A1 50 g/, I FTERC «

4.5 ¥

451 Cughi: WEE 25.0-28.0.

452 JRAETIGEFHEFEAAERE, 60 mg/3 mL 5% .
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453 JEME: 0.22 um, KAH.

5 IXFMEE

5.1 RIEGIE— BERIEMN: ACHmI% bk,

5.2 S#iRF: &K=& 0.000 01 g f10.01 g.

5.3 IFEH.

5.4 AFELHL: 8000 r/min LA L.

5.5 JRIEIR%ES.

o

REFRIHI & SRE

6.1 RRIBOHIE
6.1.1 FENLA. A, R

B B o AR R ) 2 E B 2R, IR R I

—— AR AR, AR R

— B EReG, EAE E R

— BB A AR, ESINIE BB AR AE AR, AR e B iniaRL
6.1.2 JEIRRE

BUE S B R 10 Bt R, AR E =10, RS, AR, EO 5
EIEwE

—— A PR, AR R R

— B BRem, AT EREL

—— I A ARE S, IS B BE AR LRI, AR AUk .
6.2 HNRHIRTE

-20°C LL R RAF

7 MELE
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7.1 &
711 AL

Wkl 2 g (MERZE £20mg) , - 50 mL B0 T, N 50 ul JR-E WS LA, VLA
WAFEIN Cig ¥ 059, HFME. B ATINAREREE 3.0 Skt 2.0g, IRFHIRE], IN 1% R 2 10

mL, 7879R%, T 8000 r/min &.0» 5 min, B _EEWR, TEOEH, 50CKBESKT. N

Zfi5-0.1% R 1.0 mL EVAMR, 0.22 um JEIEIERL, TRAH (it A3 6 B A I
7.1.2 JREE

Bkl 5.0 mL, F 50 mL 208, 50 ul JEA WA TAER, H 1mol/L 582 pH
/INTF 2, WRBEIRSS, 8000 r/min 4°CES.Cr 10min, B4 EB EIEREER E S — 50 mL B0,
#H.

7.2 B

PRAE: BUBEARZEEUR:, ARUCH R, K4% 3 mL itk BUS AR A0 A:, A 0.1% H
FRVAT 3 mL MTHIEE 3 mL AR VRkE, $ilT 2 min, Pl 5% 2K HERAT 3 mL Pefit, UsEdk:
B, T 50 CAKBESRT, FHME-0.1% HERI 1.0 mL ¥ %, 0.22 um JEJEJERE, AR
0 - E IS (S0
7.3 ME
7.3.1 iK1

a) @ik Cig (100mmXx2.1mm, 1.8 pm) , BFH 2

b) H:iE: 30C;

c) HEFEE: 10 L

d) JitiE: 0.3 mL/min;

e) JBEIAH: A: ZJE; B: 0.1% R, BEEEVLBFERE N 1.

K1 BEEBEAR T

B 1E min A % B %
0.0 20 80
4.0 60 40
4.5 95 5
6.5 95 5
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8.0 20 80

10.0 20 80

7.3.2 Uik

a) BSFUE: FmEE ETUR

b) FHE R IEE TR

o) Ky 2 SN s

& BEFEIRE: 1507C;

e) JBLIE R : 500°C;

f) BAEHE: 3.0V;

9) EMEE X EEE TN HEFL AR IR AR WK 2.

R2 HYNEM. TEBTFHREFLBRE. MHERENSEE

E B B X EMEX | HEfLHE fill: 4% GE &=
S|

m/z m/z V eV
288.0 > 191.0 30

e 288.1>191.0 40
288.0 > 215.0 32
—IERIAK 282.1>1159 | 282.1>1159 40 25
230.0>159.7 40

iR E 230.0>212.8 40
230.0>212.8 25
A IR 5E-Dy 234.0>216.8 234.0>216.8 40 25

7.4 MEE
7.4.1 EVEN E
FERIREIR AT T, SRR Hh 28 PEUE A AT AR 52 0 DR B IS 1) 55 b o T A/ PR 2 ) O B
B2 bh, fRZEFE5%LAPY, ELASIU A 25 IAR F2 5, 2 15 9 B AR 24 (R AE AR HE VA AT
XFFE B H AV 22 R 5 R3EK .
&3 EMMIEFENBTEENS AR IFIRE
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X F=E >50% >20%%50% >10%%320% <10%

AR PN TF = +20% +25% +30% 450%

7.4.2 € &ENE

HORFE AR VAT, AR B SRHE, A PREE & o PR SRR R P A &)
ZEA B A (R e AR 21 SEPEA R R R R VS T Y o 7 Lo il - IR 4%, FepEnE . )
IR B P AR B HE T VBRI 25 1 A € R P DL PR SR A
7.5 Z=RIRK

ERAINRH L, SR S8 AR TR 10 BRI AT AT 8 A

8 HRITEMRE

SRR R R R (D ~ () 5

HLFFE
x = AxAsxCoxCxV (D
Ag x A, xCis xm
PRI b«

X = A A X Co X G X (2)

ASXASXC'iSXV,,,

A

X — i BE b B PENE B AT R E TR B R, AN R T O (ualkg) BB RETT (ugll)
Cis — PRI P SR PRIE BT SR 58 X N BRI EE s AN e BT (ugll)

Cs —TR A HRE TARBT ZEPENE B AT AR E R L, AR (ug/l)

Cis — TR A FRUE AR h 38 PEE 5 AT 2R 58 X B I ARDIREE, SRR ROE T (ugll)
A — RV TP 28 PREE BICRT SR S I T AR 5

Ajs — PRIV P FR PEIE BT I 58 X6 L A R e T A

Ag —IREHRME AR R PENE BT IR S8 VTR

Ajs —IRAbRAE ARV b SR PENE BT SR 526 L P bR A I A

V =R TR, A ZETE (mLD

m — PR R, AN (9) .

Vin —BEBURFEARAR, AN ZTE (mL)
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AR BRSO, SRR FATIE A REFoR, R =0h 3T
9 WMGERYE. EHREIBEE

9.1 REE

ATTERENIA S AN i o 28 peng MTaT 2R € ki BR 90.5 nglkg, €& FR N1 uglkg,
K PR 2€ PEUE AT SR E R BR 0.5 po/L, 2 B R N1 pg/L.
9.2 HWHE

ARTPIFAEREA S HE IR B 1~10 pg/kg~ 8 IR H1 1~ 10 g/ LI Ik K7 i iR
60%~120% .
9.3 WBEE

AT FRE N AR BRI 22 <20%, kAR X AR (R 22 < 30%.
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Mt SRA
(FERMEMR)
HEETREEEE

2 MBEM of 3 Channels ES+
23 = 268 (Clo-D4)
4 11es

100
a%
a
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1.6B
fL*
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1.66
J\ ;

e
1. MBEM of 2 Channels ES+
100 230 =12 8(CLD)
4 954
==
- e e e N T T T T T T T T T
1.00 200 3.00 4.00 5.00 £.00 700
3 MBEM of 2 Channels ES+
100 342 282 1= 159 (DRPR)
d B3es
2
5=
e AN AN AR LS AR R LLAS LAl R Ll AR RRRAN RARAS RALRY
1.00 200 3.00 4.00 5.00 6.00 700
g MBEM of 2 Channels ES+
100 3.E87 288 =191 (CYF)
1.04e5
1
=5
[N — e TIME

100 0 200 0 300 400 500 600 700

Al FERE. FRERAHERBIEE FREAERE (10 pg/L)
1% PEE REE B T R i i A (288.0>191.0)
2- T ORPIMFHIE B 1 I E ek E (282.1>115.9)
3-T R B FHIE A T E ik & (230.0>212.8)
4-F] UK 8 -Dy FHIE RS T & 015 ¥ (234.0>216.8)




