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Study on a Method for Simultaneous Determination of Penicillin Antibacterial Substances
in Cattle Muscle by LC-MS/MS
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22 B#ES, BEHEHTLRVEE

FRdes R LRI R=V ) YRR E omE (7
EF Y ¥ (Amoxicillin), 7~ ¥ ¥ (Ampicillin),
F %431 ¥ (Oxacillin), 7 @431 (Cloxacillin),
v ru¥xH 1) v (Dicloxacillin), 773"~ (Nafcillin),
Tz ) F Y AF VA=) ¥ (Phenoxymethylpenicillin),
NI IWR=¥ Y~ (Benzylpenicillin), *31)F
2 (Mecillinam)) ROV asr— N AWME (7E
*3 1) v-d4 (Amoxicillin-d4), +FH+ > ¥ -d5
(Oxacillin-d5), 7=/ %Y XAFNR=1 v-d5
(Phenoxymethylpenicillin-d5), N> I R=1) »
-d5 (Benzylpenicillin-d5) )

R - AR AL, TR M= PYL K (1:1)
WAL, BREIEGR (1000 ug/mL) ZFREL 72,

AR SR« BEHEJSTRE (1000 pg/mL) ZiRA L, #2
(RS B AR HE D A O R R e 0> 10 iR
FEOREGHREERZER Lz, &b, gD [HF
LCEaolwn] THEFFH L) VR 7=/ F
VAFNRZVY 1301 ppm GREINOFINEE
23001 ppm) & 75 X HIHERK L7,

< MY 7 ARG - R OFIRNOGHTRR Y
Braginwidd OUTF [79 788 Lw),)
Z TR U 72 SRR W V2 TR A B B TR 2 s
L, AR cenenEE#lE (A3 ) VR
T ) EYAFLRZLY V12001 ppm) D 1/10,
1/5, 172, 1, 15, 2451245 X H 1T L 72,

(A4 7 2 0 Waters# Oasis HLB20 cc 1 g

ZOMORIES WY DL B,

2.3 LC-MS/MS#E RV BIEZ

1) LC%fF

LC B BafEpr# LC-20A WIEZ IV P A
T A

5 Z 2 Waters # XterraMS C18 21 mm x 150 mm,
35 um

717 NP 40 C

R EHME © 0.2 mL/min

ARHEA®R 5 ul

BEFA © 0.1 % FEARBW

B:01%¥M7th=bMYIEHR

75 YLy &M A/B=95/5 (0-3 min) —2/98 (15-30
min) —95/5 (35-40 min)

2) MS%ft

MS#HfE © Applied Biosystems # API3200 QTrap

{ % —7x—X : Turbo V source
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DZEH RO LC-MS/MS il 7 FH ik B i DAL A BE %47 -
P HECHREZ AT 5 720 FOMARE2 ¢ %50 mL K
V7Yl EGEREICE DY), 10 mmol/L ZF L ¥
U7 I VMRS MY A (BUF [Na,EDTAL &w
J0) &40 mol/L MY AR (pH 75) (BLF
M) 2v9o) 15 mLEMAZTHREY F A AL
1047FHRE 9 L, 6900 x g T2045 M, i< 0oL
720 FEERGEL, A, mL TR L, &
Ui, EBEAbE20 mLICER L7,

BHA S 2% 7€ =110 mL, FEEK10 mLT
EFCa Y71 a=r s Lz B5h7EE10 mL%
BAHA 5 2R L, FBEKLI0 mLTHEL, T M=
FY V10 mL T S8 720 WA e — ML
T b= MUIVEFIANFY 10 mLEZINZ TIRE H L,
T b= b)IVEEGTR L2 2OMH%E] mLLLTFIZ%A
% E CEENAEMREATTHME L, IR ZKTL mL

£1 MRMEIEASF>

HEME S T | e
Amoxicillin 366. 1 ;lg:?
Ampicillin 350. 1 :gg:g
Oxacillin 402. 1 ;ig:g
Cloxacillin 436. 1 ;gg:g
Dicloxacillin 470. 1 ;??:?
Nafcillin 415.2 }3?::
Phenoxymethylpenicillin 351.1 }?2:8
Benzylpenicillin 335. 1 :sg:$
Meci | | inam 326.2 :g;:;
Amoxicillin-d4 370.2 ;ég:?
Oxacillin-db 407. 3 ;23:;
Phenoxymethy Ipenicillin-db5 356. 2 160. 1

114.0
Benzylpenicillin-d5 340. 3 }g?:}
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3.1 LC-MS/MS BIE&H&

MS&ME, Yr7uxHy ) vogilFr (L)
LEVEAF Y (FB) 2 Of&MFXVEHL, Yo
F—MEIEERE R ORER MNETE 256052008
L7z &£ 1ITRT,

LC4&Mig, BEME ¥ — Kb — 7 —lEOHE %2175
720 BEIMEBIHOA 01 % FEAKER B:01 %
FWT L =Y IVERSUIBEIHA 01 % FHEH
1 mmol/L¥MT v E=T 2KER B: 7=t
B, ¥—KRe—%—iEE600 CXIZ400TCL L, B
FHOTY —Ke -5 —REZ 600 CICLBGED0E —
7K Z 100 % & L TR L2/ R A2 X 1 1SR $, BE)

FEmES s OB R R O 7o
(ppm) (r=0.99)
Amoxicillin 0.05 0.05 0. 005-0. 1 O
Ampicillin 0.03 0.03 0. 003-0. 06 O
Oxacillin SHLTIEA SN 0.01 0.001-0. 02 O
Cloxacillin 0.04 0.04 0.004-0. 08 O
Dicloxacillin 0.03 0.03 0. 003-0. 06 O
Nafcillin 0. 005 0. 005 0.001-0. 02 O™
Phenoxymethylpenicillin SHLTIEA SN 0.01 0.001-0. 02 O
Benzylpenicillin 0.05 0.05 0.01-0.1 o*
Meci | | inam 0.05 0.05 0.005-0. 1 O

*1: HHEET0.01 ppmlZi b & S(ZHmMm
*2 REBOREBRENEEEDI/N0ZHmE- L

120
| % EHHEOD, 600°C BEED, 400°C O BEHHEQ, 600°C O HHHEQ, 400°C
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Y‘& Ao O Q-\O &R
N
&
&
&F
Q
()
Q\\

BEHED: 0.1 WF¥EKER /0.1 WXB7E = FYILBK
BHHEQD 0.1 %XE 1 mmol/L FETUE=ZDLKEBE®KR / 7EFZFUIL
1 BEMEE S —FREe—4—BEOEBIRET
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3.4.1 EHEH T LOKRE

EA A 5 255 OB EORG #2175 720 fEREEE
3ITRT . B0 mL TETOWENE IR LD T,
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x3 EHEHTLLSDBEHE (%)

x4 90%7EMZ MU/ AZHOREROPEE (%)

A2 BHEE (L) ..ﬁEWE% aEE %)
0-10 10-20 Amoxicillin 92

Amoxicillin 81 0 Ampicillin 91
Ampicillin 94 0 Oxacillin 112
Oxacillin 80 0 Cloxacillin 95
Cloxacillin 86 0 Dicloxacillin 100
Dicloxacillin 75 0 Nafcillin 80
Nafcillin 77 0 Phenoxymethylpenicillin 104
Phenoxymethylpenicillin 12 0 Benzylpenicillin 99
Benzylpenicillin 76 0 Mecillinam 91
Mecillinam 82 0

£5 HMEREKERIERE

HEWES R HEEE | EREE | ames

Amoxicillin® 101 15 15 O

Ampicillin® 65 8.4 18 x

Oxacillin® 115 13 13 O

Cloxacillin® 75 12 16 O

Dicloxacillin™ 72 11 15 o)

Nafcillin® 78 12 15 O

Phenoxymethy Ipenici | lin® 101 9.7 13 @)

Benzylpenicillin® 108 3.9 10 @)

Meci | | inam* 69 6.5 13 x

B 12 {E *2 70~120 <15 < 20

BEE"’ 70~120 < 25 < 30

%1 : Oxaci | | in& UfPhenoxymethylpenicillinl&ixt$iZE <0.01 ppmlziE b &SI,

iz EEBD
*2 . BAE{E™ % AL CEHE
*3 . BiZE %AV TEH

352 EERUVWEE

TIMEPGAER 24T o 72 B EE R OKEE DA R & 2 5 1R
Fo BEEDHEM (70~120 %) %z 3TWHIZT7 €X
IV, FFH )y, suFxgiyy, YoruFxd
VY, FIVNY, T2 FYUAFARZYY) Y, R
YINREZD) YD TWETH o7z, FLEO HEE % i
2Lz S TWREIEREO BEME (TEFT ) v,
saxHy)y, TruadHi) YRR IR Y
V) YO AWEIPHTREEE 1S % A, SRR 20 % Al
BRI FHI) Yy, FTIV) IR T FIATFI
NRZV) O IWEIPATHEEL 25 % A, 2 PIR§EE 30
% AG) b7z LTz, BEDSHEEE (70~120 %) %

REICIES &S (2 M

WSV 2WE (TYEY) Y RFAT Y F L) 1370
% IZENMETH 5 L ILITHEEE I HAME (BEATAEIE 15 % ok
i, SRR 20 % ) 22 LCBY, MERMREE L
TIEMTH S Z EDRENT,
T/, s — MYEOBINEEIZ54~69 % TH Y, F
A NFA4 R ENS HEME (40 %L E) &z L Tw
725

4 Lo

LC-MS/MS & W72 RO AR O~ =3 1) ¥ Rt R
WE DO—F ATk Et Lize F- oA 2 g% 10 mmol/
L Na,EDTA&A 01 mol/L bV RIEER#RME W (pH 7.5)
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