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&

Determination of phenobarbital residue in edible tissues of swine and sheep and in

milk by liquid chromatography-tandem mass spectrometric method
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RRREERGE
B, FURMAARFENTFEBLEZEREENNE AHEEE-REKREE

1 SEE

ASCAERE T A8 TR PR R v 4 T B ke B AR 10 F A R VRO €3 - £ BB B 1 00 5
Jiie

ASCAFE R T REAENUA S T RERE 5 A 3 0 b 2R B L2 B B B AR, oAt 78 77 it (4
e LS AT -

2 AR H

N BISCAE R P9 A I SO B 1 5] A AR ST A AN R A ) 2R R o LR 3 H I 5 S,
A% H AN B B AR ASE B T A S AN H ARSI SO, HEGH iR CEEERTA B0 EH T4
A

GBIT 6682 4341 5256 == FH K HUAE ATk 36 77 1%

3 ARIBAENX
ASEEA T BT 2 IARIBRAE o
4 JRIB

BB R L Z 28 ZRR OBRIR G 15 CObeRRfE, SRK-RAR BN AU A, R0 (il - A 5k
FEVENE, AFREE &

5 sHAnA R

BrAAE RS, FrARFII N4, KT A GBIT 668285 11— 2K .
5.1 7
5.1.1 M (CHOH) : fhjfal,
512 1EcfE (CeHia) -
513 Z4MR4MEE (CHsCOOCHs) -
514 B _EH (KHPOs)
5.1.5 Z% i (NaOH) .
5.2 BRECH
5.2.1 2%HEAWR: BUREE 2 mL, F/KHFRBEZ 100 mL.

5.2.2 10%FFFEEW: BUHEE 10 mL, FH/K#REZ 100 mL.
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5.2.3 10 mol/L AL : HUESAALIN 20 g, FIZKIA T FiRe 45 50 mL.

5.2.4 0.2 mol/L BflE A (pH=6.0) : HUBER — &8 13.6 g, MNsK 450 mL ¥%fi#, H 10 mol/L
SEMNBVATOAT pH F 6.0, FI/K#REZ 500 mL.

525 IECE-LFR BRI (95:5) « HUECKE 190 mL, N4 4WE 10 mL, JR2].
5.3 FrfEm

5.3.1 L EL% (Phenobarbital, C12H12N203, CAS 5:50-06-6) : & E>98.0%.

5.3.2 [ H%-Ds (Phenobarbital-Ds, C1,H7DsN,03, CAS:72793-46-5) : 5 5>98.0%.
5.4 FRAERREIE

541 REHWZIRAEGE S DORE - ZArdER 2y 10mg, K& FOE, HHRDE B A M IR e B2
10 mL A5, Kol Bk N 1 mg/mL (FRAERE & -18'CRL N ORTF, ARIW 6 1 H .

542 RO ZIRAETAER: AEMEBORE 2 ARERE 4 0.1 mL, T 100 mL 2, H 10%H 7
VM RE B ZI L, B B B 1 pglmL RIARHE AR 2°C~8CHRAF, AR 3N

543 R %Z-Ds WFME I BORE L %Z-Ds brifE it 29 10mg, FEEFRE, H IS &0 3 T MR
JEARZE 10 mL AN, BCHIBIKEEN 1 mg/mL bt & . -18°CRA RS, A REH 6 MH .

544 ZKEZ-Ds WhrP AR : HEREDCRE L Z-Ds Whrfig 4 0.1 mL, T 100mL &I+, A
10% IV R B 2 2, O IR BE N 1 pg/mL AR R AV . 2°C~8°CHRATE, HRIA3I M H.

545 IRKELZ-Ds Whr LAEWR: =R B Z-Ds A AR ENAR 1 mL, T 10 mL F=il+, H 10%
B AGRE 220 B, ECH IR E N 0.1 ug/mL IR TAEW . s FHELAC .

5.5 R}
55.1 SE/K-SEME T4 BY AHABCHE: 200 mg/6 mL, BUAH 4% .
552 JeifLIER: 0.22 pm.

6 (UEFBIEE

6.1 ARG IE-BEFUE: HCHImE % 27Uk
6.2 HHHRY: /& 0.019 #10.00001 g-

6.3 HRHL

6.4 RIERERR.

6.5 IHEE.

6.6 RHEERELH: FHE AT 13000 r/min.
6.7 pHit.

6.8 [EltHZREE.
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7.1 AR

O T e B R )2 T BB 2, R, IR

H3 B e A ) 2 RS, TR A5

a) B A I REaL, ARy iR .

b) BUEIBURRIZE AR, AERE R

¢ BUNBUR RIS ARER,  TRINE B IR, A 9 B sl

7.2 AHENRE
-18°C LA N RAT .

8 MELE

8.1 #EH

FREGEEL (2+0.05) gT-50 mLES.C, HERAINAZK EL LG 2Z-Ds PN b5 LAEV 100 L, I 2R 20
mL, #jiE30s, #RFHIEESE min, 4°C F5000 r/ming.05min, W& FiER, T45CKIBESKT. 0.2
mol/L iz — S AMVA L0 mLIAMEFR &Y, il min, INIE %10 mL, #R¥%2 min, 4°C F5 000 r/mini
L5min, ERIECKZ, EEER K, BNEREREH-

8.2 Ak

I AH A R A 0 R S 7KORA0.2 mol/L i — SN AR5 mLig Ak, HU& RIS A, ARIKFHK . 2%
PV %55 mLibkye, T, ZRJE 0 IE Cbi- 4R ZERVEW5 mubkyt, #h+. HUREES mLyefi, WDk
B, T45 CEART . FH10% H BE 7 1.0 mLIA SRR Y, €L min, 4°CF13000 r/min%§.>10 min,
TUFLIE BT 8, TR (03 - 5 B B ASC 5

8.3 FREHZAIHIF

F s S IOR L Z b TAE R R L Z-Ds W bR LAEHOE &, FH1006 H BV M Re e iR
B L2 L ug/l 2 g/l 5pug/l 10 ug/L 20 ug/L. 40 ug/L 50 ng/LANHE B L Z-Dsi 551910 ug/L
(1 R BB, BEBOE - 5B BRSSO 2 o AR E2 LU 2 R AIE 28 1 5 = (i 0 TR AN 5 PN R AR AIE 29
T ot O AR EUAE N AARR A AR 2 R A bR e R By b 2, SR B0 U D7 FRATAH OC R4

8.4 ME

8.4.1 YA S %AF
a) failfE: Cigfl (100 mm>2.1 mm, 1.7 pm) sk,
b) #EiE: 407C;
c) BHFEE: 5L
d) Jii#: 0.3 mL/min;
e) WAIH: ANK, BNHEE, BETEAM LKL

= ORENBEEETA ST

i ] A B

min % %
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0 90 10
3 90 10
4 60 40
6 20 80
7 10 90
7.1 90 10
10 90 10

8.42 JRWESHE KM
a) BFIR: WIS B IR
b) H# 7 T
o) T 2R
d) BiZHE: -4500 V;
e) FALlfE: 500°C;
f) A 40 psi;
9) FHA: 45psi;
h) @M. EEE XL REE. R k2.

w2 EMBETX. EEBETIMEREE. MiEEE

250 SE T BT SE 1B 4 LfEHE Rl RE
]
m/z m/z Vv eV
- 230.9>42.1 -50
REL 230.9>42.1 -30
230.9>188.2 -14
RELZ-Ds 236.0>85.0 236.0>85.0 -50 -17

8.4.3 Mgk

8.4.3.1 &Ml E

TEAHERR AT, AR R B Z 5 KR RN CREZ-Ds) MR 2 b 5 FRifE
TP OR EL L 2 5 H R 25 AR CRELE %-Ds) IR B I 8] 2 E A Z2 75 1% AN 5 FLAS I 21 (1) AH X 2+
FRE, NSRRI EAMER AT S FEE 8. HARvrmEN £40%.

8.4.3.2 & &l E

HARE VR AR S AR I, B B R, #2 bRE o IRFE VTR S b BV T P R L L
2% 55 25 0 L 2 - Ds 10 W] AR 359 I AEASCRR AT I 1 2 P VL R 2 P o S5 T3l o 2 L L 22 B B o e o S 2 U 2
LRV R IR, 7SR U AR 5 254094 P AH R 3E In bs TAEAR AN I, s SR VA R R J 2% B2 B 22 1 i Y7
TEAER G AEIE R P, 0 B2 2 Ll 2 Ds FE S bR il 22 1) 45 o 1 2R B LG 22 -Ded FE — B 78 iR il i %
AT, PR LG 252K EL L Z- D br VA VR T RFAE 2510 5 2 €0 3 P DL B S A

8.5 =HIK

e FhE, BRASINZa Ak, SR AR R0 e A0 SR AT T AT #R A

9 HERIUHE

WFER AN 25 SR B bR B A 2K (D) 15



_ ps X pis X Ai X A'is X V x 1000 %
- p’lSXAS xAlsme 1000 MEE EEE EEE EEE EEE EEE EEE EEE NG EEE EEE GG NN EEE EEE

A

w—AFER RPN 2k &, BN T3 (olkg) s

pis— IR R AR AL 3R W RIR B, B AT T (gl
ps —WRAE P RRIN 2R, B BT (o)

pis— AR UHEIE R AR 25 R 3 AR IR EE , AR Roe 8t (o/L)
A — TR IR A U 25 1 Vg TR

Ais— R R 2442 R 7 2 P9 B 1 AR TR

As —BRAEB R AEIN 25 VTR

A'is— B AET IR R DN 254 R 57 2% 3 1D e THIA

VBRI TR RIERAR, BAAZTE (mL)
m—AFERE, BN (9 .

e EARANT 1w glkgIEREASMA R T, 1w g/kg L T OR BE 2 /NSRS 240

10 FERYPE. ERENBEE
10.1 REE

A 7325 B EEZ G PR ON0.5 olkgs  SE =R A1 g/kg.
10.2 IF#AE

ARTTIELEL o/kg~ 10 pg/kgids I FE e R % A1 70%~120%

10.3 FER

AR T A AE R bR s 22<15%, -k TA]AF A A f 22<15%
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Mt R A
(FERE)
RERRFIEETRE iR

B S R 2R A RS A vE O AR 1 T R il B L AL T

1.7e5 6.40
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M
0.0
00 05 10 15 20 25 30 35 40 45 50 55 60 65 70 75 80 85 90 95

Time, min

W15 U

1— R L AR T i R % 1] (230.9>42.1)
22— R ZARHIE RS T R A (230.9>188.2)
3— R HZ-Ds FHIE BT 1SR (236.0>85.0)

Al KELEZEENEAGRER R IEE T RERIEE
(KBEEXZ 2 ug/ll, FEBEEE-Ds 7 10 pg/L)




