112 # 57" 4p FEEasx s 1121900634 5o 2 i3
I p Fp 2oz
MOHWV0051.01
SR Bt BERATERE T 2 PP RIRRRL R P ERT AT
Method of Test for Veterinary Drug Residues in Foods -
Multiresidue Analysis of B-Lactam Antibiotics
Lof R AR Y R G RAE SR N B2 5
¥ % B F (amoxicillin) & 1978 - fEi=sfiid 2 (&
LA )2 ek o
2. & D HRMETEZ E S Rp kT e B & (liquid
chromatograph/tandem mass spectrometer, LC-MS/MS)
2 SR IV E
2.1. %%
2,11 et kAT e WO R
2.1.1.1. 3+ & . T 3+ 1 (electrospray ionization, ESI) o
2.1.1.2. k47 % : Poroshell 120SB-C18 > 2.7 um » 3.0 mm x 15cm >
) SR A

2.1.2. =7 ¥ (Homogenizer)

2.13. B i# 4 4r % % (High speed dispersing device) : SPEX
SamplePrep 2010 GenoGrinder® » 1000 rpmZ + » & H @ 2 &
FHw2 KR o

2.14. &< $(Centrifuge) © ¥ i£3500 xgt F § -

2.1.5. % #F k%5 % & (Nitrogen evaporator)

2.1.6. *gjff 2 & E(Vortex mixer) °

22, FE DT RRZ L BT R 4P A +7 %  primary and secondary
amine (PSA) ~ octadecylsilane, end-capped (C18 EC)% & -k
Frpads o * v s d 33 RO R EA25°CT £ 18
MQ-cemrz b)) TR G FRE R R 221957 o
23. BEZ HH

23.1. #E¥:10mL -

232 g 150mLZ 15SmL > PPH R -

2.33. 1 L2 % (Ceramic homogenizer) : Bond Elut QuEChERS P/N

59829313 > & B & o
234, it * o g0 2 PSA 150 mg ~ C18 EC 150 mg2 & -k #n
& 4%£900 mg °



2.3.5. JRME 34 4£0.22 um > PVDFH# -
TR A R R LEE T R
24, BmEz Y
2.4.1.50%¢ %A% ¢
Bru sp g d 3 ok 50 1 50 (viv)r BliR g o
2.4.2.80%¢2 5 %% ¢
Bozowb g g ok80 20 (VIV)Y BIR 3 e
25 HdApip 2 el
25.1. #E AP RA
B9 F20.05 mL > 4e » 2 ZF ki€ 21000 mL > Sk SR I
Behit WAL B ARIR IR A o
252, ##4pi3RB
PP A£0.05mL 5 4e > 2 % ¢ £1000mL > Sm B 0 PR
e T B4R R B o
26, B R2 fe
BB fptRATLY £ R R R 910mg AR A 5
1150%2 ¥R R A ﬁ'zm" L5 2 10mL > 1% 3 &8 Bk - 4 ik #Fk
PR o TRt P W B ERRRE > M3 Skl
0.1~1 pg/mL > l——xrﬁ—_?-,p oo
27. iRz
Bup Z N BEHRAR Y w0 0 B S MR R
LB M R IR g B NSe WA B
RER 315 HaEPSmL 50 mLps g7 > 4o~ [ 335
T 212 80%e % i3 %10 mLie - v % & » 474 B *71000 rpm
PS54 £ 113000 xgHes 5 4B TS 0 B iR 6mLE 4R 1
*%“%’%W%ﬂ%f&ﬁ’ﬁiﬁﬁ%"”%ﬁﬁﬁf
B 351000 rpmdR F 24 48 0 £ 113500 xgdfes 54 48 o Bt FiR ]
mL > >740°C-kip ® 10§ F eRic o RGP SRR RS 2R
I1mL R EHESF > FipPEipis > EITHRRE -
28 E M2 YiE:
PeZo Ao 2w 2 EER 100Ul 0 R2.7.5 3 Wik E AR
e TETE SRR IRAR AT P T AT o 25 B ks
WAL R 2R G SR L PP BRI R R R
A w8 1£0.001~0.01 pg/mLi& £ 41



e AR R AT B B R A A7 R iE 2 (D)
R 47 ¢ : Poroshell 120SB-C18 > 2.7 pm > 3.0 mm x 15 cm °
BEApiA P AREBIRMT SFERREFHR AT

P & (min) A (%) B (%)
0.0—-2.0 95 —> 95 5—5
20—-17.0 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
12.0 — 18.0 0—95 100 — 5
18.0 — 20.0 95 — 95 5—5

#F#4p i 0 0.4 mL/min -
A~ 110l -
/i % & /& (Interface voltage) :

TR L3S (BSIHFE* 4kV >

i”?, S i foa 3 (ESI ) * 3kV e

% % & (Interface temperature) : 270°C o
7% 1 # 85 i# (Nebulizing gas flow) : 3.0 L/min °
‘v # % $87%i# (Heating gas flow) @ 15.0 L/min o
7% A g & & (Desolvent line temperature) : 200°C -
‘v # 8L F & (Heat block temperature) @ 350°C
5% # %1 (Drying gas flow) : 5.0 L/min °
BN - % £ F & 8 ] (multiple reaction monitoring, MRM) -

i 45 $HQ1/Q3 B & T /& (Q1/Q3 Pre Bias)% &t
% 7. /& (collision voltage)4r*it % o
PRI RAER A A ERE T R Y 2 RE o KT L
2R IEE o
EOE TR SIES
RAEEPRREZRERZREIOUL A5~ Rip k{78 B ?ﬁ'
HRT o R28. & IFEEFT A AT o i&*ﬁ«ziﬁ%ﬁfé_fﬁ/p R TR
ZFGRERE LR W R HAET B ROFE L T T 5
PR AR L B-p ERaTRL R 2§ R (ppm)
CxV
M

WA L P-p ERiREiA % 7 (ppm) =



Tl REMEE®RR Y LB AR 2k R (ug/mL)
V: %B"*ﬁ%}ziSO%z‘ ni/p R 2 ’Eﬁffﬁ (10 mL)
M@ 3454 4 A2 £ £ (2) & A4 (mL)

PAPEIALT S R LRHS HE LR T LR G AR
B (< 100%) » F 2F o Bl4eT
P % & (%) 7 37 # F1(%)
>50 +20
>20~50 +25
>10~20 +30
<10 +50

Ml MBSk 22 TR X BT RS 197 - fRiRiE s &
325 0.002 ppm °
2RI JBFRA RS L R P
3. Cefaplrln 72 ¥ M cefapirin2 H X 34 desacetyl cefapirinit &
E Cefaplrm’?:“ THAF ¢ € i NP5 desacetyl cefapirin o
L &
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Desacetyl cefapirin 3.28

m/z 382> 152

’ | Amoxicillin 3.42

m/z 366> 114

|

Cefapirin 5.69

m/z 424 > 292

;‘ Ampicillin 5.90

|
A

m/z 350 > 106

é Cephalexin 5.93

P

m/z 348 > 158

a‘k
i
|

Cefquinome 6.18

m/z 529.1 > 134

|
| Cephalonium 6.31

m/z 459 > 152

|| Cefotaxime 6.44

m/z 456 > 167

| Mecillinam 6.53

m/z 326 > 167

Cefazolin 6.59

m/z 455 > 323

|| Cefuroxime 6.82

m/z 423 > 207

!

| Cefoperazone 7.16
I

m/z 646.1 > 143

Piperacillin 8.20 |
|

m/z 518.1 > 143

\
Benzylpenicillin 8.58 ‘h

\
AN

m/z 335> 160

Penicillin V 9.01 A,

m/z 351 > 160

118
Oxacillin 9.24 ;1‘ m/z 402 > 160
\
i
Cloxacillin 9.46 |l m/z 436 > 277
(R
\
Nafcillin 9.56 (| m/z 415> 199

Dicloxacillin 9.72

m/z 470 > 160
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Bl > 2 LC-MS/MS 4 47 19 58 % B 7 +h % B-P s o

MRM ] ¥

10 11

4 ZHEE R



A s X BT HRE 1938 B-pfptkipdnd 22 5 £ R R 0 RIS Sk
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}:}(P %’{‘ E o 7 P> 2 éﬁ;«»—-_\; W ‘Eﬁ’%ﬁ‘; (m/Z) > J?’\ ,’ﬂ: g_%
ST " AP Ik | R ?V)
M)
366> 114" 1720 | 21
1 Amoxicillin Zea | ESIT 366 > 208 13/17 | 13
366 > 349 10/14 | 13
350> 106" 24/19 | 21
2 Ampicillin ZvedF 4k | ESIY 350> 114 17/21 | 29

350> 192 20122 | 16
335> 160" 16/28 11
335> 176 16/18 | 16
348 > 158° 24/28 | 10

3 Benzylpenicillin Ty #E | ESI

4 Cephalexin ZESVEST | .00 1 24/28 | 10
5 Cephalonium - ESI" 323 i é?? S% 1(5)
6 Cefoperazone — ESI 222} i ;;1(3)* gggg g
7| cotaotn —|BSU| 5soise | soms | 1s
8 Cefotaxime — ESI" 322 i ;gg* ;ggg ig
0 Cefquinome B EST* 529.1> 134" 26/13 18

529.1 > 125 24/23 | 55

423 > 207" 12/12 15
10 Cefuroxime — ESTI 423 > 284 11/18 27
423> 318 30/13 9

Cefapirin SRR + 424 > 292" 20/20 14
1 (Cephapirin) §ESAN VESE L pas 152 | 1ons | 16
o " 436 > 277" 16/26 16
Erk & *

12 Cloxacillin % vErd @ 1 | ESI 436> 160 16/29 14
13 Desacetyl cefapirin - EST* 382> 152" 18/15 24
(Desacetyl cephapirin) 382> 226 18/15 18
. . NP, | 470>160" 1321 | 16
14 Dicloxacillin % a1k | ESI 470> 311 17/28 16
. B + 326> 167" 12/17 23
15 Mecillinam ESI 326 > 139 12/14 31
. B . 415>199" 15/19 15
16 Nafcillin ESI 415> 171 15/17 33
o B .| 402> 160" 14/11 | 14
17 Oxacillin ESI 402 > 243 11/24 15
o B | 351>160" 25/11 | 13
18 Penicillin V ESI 351 > 114 26/11 29
. o B .| 518.1>143" 26126 | 22
19 Piperacillin ESI 518.1> 160 24/30 2
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