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G50 B BERTERE T F PP R R ERT A (X F)
Method of Test for Veterinary Drug Residues in Foods-
Multiresidual Analysis of B-Lactam Antibiotics
1. lE’if %@ AN ER félE% *’?%@’Jié_r‘%—iﬂml’é RN B;‘?{‘ };&F‘&

Fuot P & B d k(amoxicillin) & 1978 B-p fEi=if it %
(%78 LM )2 ok o
2. WP 2 D HRMEIEZ G ke B B E & (liquid
chromatograph/tandem mass spectrometer, LC-MS/MS)
R LS E
21. %%
211, Ak v e BEE R
2.1.1.1. 33k © 7 JF 4+ i (electrospray ionization, ESI) -
2.1.1.2. % +5¢  Poroshell 120SB-C18 > 2.7 pm > 3.0 mm x 15 cm >
VSO WA
2.1.2. =% % (Homogenizer) -
2.1.3. % i@ A #¢ 2% % (High speed dispersing device) : SPEX
SamplePrep 2010 GenoGrinder® » 1000 rpm4 + » & o % & o
2.1.4. Hr 48 (Centrifuge) : 7 23500 xgre b 5 o
2.1.5. ¥ F k%% ¥ (Nitrogen evaporator)
2.1.6. * iR & F(Vortex mixer)
22, FE U RLZ Lo RAp K 7% 5 primary and secondary
amine (PSA) -~ octadecylsilane, end-capped (C18 EC) %2 & -k
FrRfRdE ok At 3 3T k(v TR 25°C 1218
MQ-cm! F); B F HRE R E8 221918 o
23. BELZ R
231 FE¥L:10mL -
23.2. g 1 50mLzx 15mL > PPt o
2.3.3. 14 2§ % (Ceramic homogenizer) : Bond Elut QUEChERS
P/N 5982 9313 » & IF & & o
2.34. it * o 2 PSA 150 mg ~ C18 EC 150 mg ~ & -k 7%
A& 4£900 mg -
2.3.5. g% 1 34420.22 um » PVDF#1 T ©
VR R AR B AAE B o

24, Az B



109 £ 11 H 16 Higfz &5 1091902026 EFHSETE

2.4.1.50%¢c 5 5% -

Beo sf a4 33 -k 50 50 (VIV)F BR 3 o

242 8O%Z‘ nﬂ //\/]Q .

Bev wkgr 4 g3 o280 ¢ 20 (V) Bl § o

25, P Apia e pe
251 #EApRRA

B~ 5£0.05mL > 4e » 2 33 ok 21000 mL 0 S5m0
Pl ik b TR E AR IRA

2.5.2. # & 4p5%B

2.6.

2.7.

28. &

B-7 A20.05mL > 4c » 2 35 i 221000 ML > §m 8 s 0 Brig
R ETERE AR RB -
TR R
PB-p fpieipind Z R RE L H10mg . AT A 6
50%¢2 AR ARET T 210mL o 1T A RE R R o 4 Lk
Pz o Tt e wPeip B AR RRRE > A B R
0.1~1 pg/mL » T2 % o
wirzAH
e 2N B RE wmIn TS > PRN5 g MR Rl
FR RS MR B R RS R NBQ AT B
BR324 R BE ML B 2050 mLg § ¢ o 4o~ R ID
B R 1%E 2 80%2 M5 10 mLts » v R i 4 Fr & E 71000 rpm
4R 54 4> £ 113000 XQa-u 54 4815 0 B FiR6mLE i 1t
FPELS R o T REIRT S P RERR O YRR AATE
% ++1000 rpmig F 24 45 0 £ 113500 XgHE5A 4 o Bt iRl
mL > *40°C-Rig ¥ M § FeRfc m G L 3R fET TF
Iiml- R g3 > SREERE B ITRE
Mz gliw:
Beg v fedl o 4w e M R EAR100 pl o 22780 Wie € A3
R T RTIEEEFRApEITE BT HAL T - )}*‘u'éﬁ-l“\ figs 95
BALA R S ff 0 SR PP ERIRLL R4k
B+ A w4 £0.001~0.01 pg/mL# £ 4 -
AR A7 8 IR A 47 R g 2 ()
& 47 ¢ - Poroshell 120SB-C18 » 2.7 um » 3.0 mm x 15 cm -
BEARB R CAREBRUT A RREHR AT
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P& % (min) A (%) B (%)
0—20 95 — 95 555
20—-7.0 95 — 50 5—50
7.0 — 8.0 50 — 20 50 — 80
8.0 > 8.5 20— 0 80 — 100
8.5—12.0 0—0 100 — 100
12 — 18 0—95 100 — 5
18 — 20 95 — 95 5—5
# 4ok @ 0.4 mL/min o

A~ 2 1 10puL -
fi & 7 & (Interface voltage) :
TR L3S (ESI)E T 4KV
wEALS 1 f oA (ESI )E* 3KV
i w ;8 & (Interface temperature) : 270°C o
5% 1* % %8751 (Nebulizing gas flow) : 3.0 L/min -
4v 44 & §8051# (Heating gas flow) : 15.0 L/min -
7% A & & (Desolvent line temperature) : 200°C -
‘e B R B (Heat block temperature) @ 350°C o
¥¢ % # 87512 (Drying gas flow) : 5.0 L/min o
wop et 1 %2 £ F & @R (multiple reaction monitoring,
MRM) - i plag+ $+QL/Q3 &% & 7 /& (Q1/Q3 Pre
Bias) 2 #i4% 7 /& (collision voltage)4r*id % o
APl EIAEE AT R T ORATR Y 2ZRE 0 KIS
2 R IEE o
FHERE BRI
HAEPREZREAZREI0uL & B2 ~ ik dp k479 B
R o R28.HIFEEITLIT ij‘%ua%nz.,'i?%ﬁﬁﬁ,p i TR R
LGRS LR R A B R VgL o BT
PE R RN Y LB AR % 2 5 £ (ppm) ;
CxV
M

AP & P-p ARt & 7 E (ppm) =

C:d hBRREFRRY LB-NArrefasis £ 2 kA (ug/mL)
AVARE %%%Q\SO%Z‘ LS AR 2 %“’7}%(10 mL)
M: B irieiiz £ £ (g mL)
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MR SRR TR M R R RS M2 %G A
5 19(=100%) » 7 3 FldeT

10 ¥4+ 5 A (%) % 3 4~ B (%)
>50 +20
>20~50 +25
>10~20 +30
<10 £50

il AR E 2 TR T BRT FRE 1978 B fRieag s
%355 0.002 ppm -
2. ¥ B ERRE R TH p 4
3. Cefapirin 7 & 2 cefapirinz # * 24~ desacetyl cefapirinit, &
3+ o Cefapirin»t §- % A& F ¢ ¢ P i# & F 5 desacetyl
cefapirin -
54 2
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A~ EER -FRE T EFH BB EFT CMAS o
2014 - & * QUEChERS# &2 et & 5.7 B-P fpieagfns % 2
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i .. =382 =152
|| Desacetyl cefapirin 3.28 m/z 382> 15
z ;r' inilli mz 366 = 114
1 Amoxicillin 3.42
." '-.
|
I“ Cefapirin 5.69 m/z 424 > 292
! m/z 350 > 106
I. Ampicillin 5.90
'; m?z 348 = 158
| Cephalexin 5.93
' — m=z 520 = 134
| Cefquinome 6.18
| . mz 459 = 152
{| Cephalonium 6.31
" . mz 456 = 167
|| Cefotaxime 6.44
N =326 - 167
l Mecillinam 6.53
| mz 455 > 323
| Cefazolin 6.59
|
I miz 423 = 207
| Cefuroxime 6.82
| mz 646 = 143
| Cefaperazone 7.16
1§
' | mz 518 = 143
|| Piperacillin 8.20
- | - msz 335 = 160
.I', Benzvlpenicillin 8.58
| mz 331 = 160
]
I Penicillin v 9.01
! 'z 402 = 160

[, Oxacillin 9.24

m/z 436 = 277

Cloxacillin 9.46

mz 415 198

{I  Nafcillin 9.56
' [ mEz470- 160
f . .
Dicloxacillin 9.72
T | T L D L
1 3 4 5 a 7 g ] 10 11
Time (min)

B~ 1/ LC-MS/MS A 15 197F % B & 5 % B- P flisfiins 4 {538

MRM ] 2%

c
2o
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A ~ X Bed R 197 BN ARt 22 5 EF R BRI S

L B+ ¥
Er A Ql/Q3 R4
B 5 o s v s i IR (M) >| B E | TR
T T | Aras (g | RE (V)
* )
366 > 114 17/20 | 21
1 Amoxicillin Zea+k | ESIY 366 > 208 13/17 | 13
366 > 349 10/14 | 13
350 > 106~ 24/19 | 21
2 Ampicillin Tt g+ | ESIY 350 > 114 17/21 | 29
350 > 192 20/22 | 16
o . ‘ 335> 160" 16/28 | 11
-‘_g:_i 4
3 Benzylpenicillin iR E ESI 335 > 176 16/18 16
] Y . 348 > 158" 24/28 | 10
R4
4 Cephalexin 24 37 | ESI 348 > 174 24128 10
. B + | 459>152 13/12 | 10
5 Cephalonium ESI 459 > 337 17/21 15
_ +| 646>143 24/14 | 32
6 Cefaperazone ESI 646 > 530 99/36 13
. B +| 455>323 21/22 | 12
7 Cefazolin EST 1 455> 156 3028 | 18
. . 456 > 167 16/15 | 10
8 Cefotaxime — ESI 456 > 396 99/30 15
. B .| 529>1347 26/13 | 18
9 Cefquinome EST 1 5095125 24/23 | 55
423> 207" 12/12 | 15
10 Cefuroxime — ESI 423 > 284 11/18 27
423 > 318 30/13 9
Cefapirin ey .| 424>292" 20/20 | 14
L (cephapirin) TES BSU L oas152 | 10115 | 16
o L 436 > 277" 16/26 | 16
: & = +
12 Cloxacillin % rEek o 5 | ESI 436 > 160 16/29 | 14
13 Desacetyl cefapirin B ESl* 382 > 152" 18/15 24
(Desacetyl cephapirin) 382 > 226 18/15 18
. . B +| 470>160 13/21 | 16
14 Dicloxacillin ESI 470 > 311 17/28 16
. B .| 326>167 12/17 | 23
15 Mecillinam ESI 326 > 139 19/14 31
- B .| 415>199 15/19 | 15
16 Nafcillin ESI 415 > 171 15/17 33
o .| 402>160" 14/11 | 14
17 Oxacillin — ESI 402 > 243 11/24 15
- B .| 351>160 25/11 | 13
18 Penicillin V ESI 35 1> 114 26/11 29
o B .| 518>143" | 26/26 | 22
19 Piperacillin ESI 518 > 160 24/30 22

* 22
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