S0 B b EATE RS P TR
2 SERGAG D LR

kPp e X 2L E
AR RL AL SO L EE
R S RERL R H
ﬂii%%ﬁiiy%@ﬁr%%ﬂﬁﬁwﬁﬁgiﬁﬁ‘
fRiefpiid 2 S ERT AT, P BB & BdeT

LAeipde et B2 g IR,

= o

SR g,%g_o
- cTEE 2 TREANTEY ) BB ZRIAEFYFBI -
1

R R AT B 2 Tt 4 ¢ T Cefaperazone (i

?{r

% I Cefoperazone |

Ju

cefoperazone ~ cefquinome % piperacillinz_ = Sg4g+ 12 & T -] #c@h{s
- ¥ T &3 k7B ? nafcillinz g3 ¥ "m/z415>198 | 2
r i "m/z415>199 o

TR BT F



SEP bl BERT ERR PP IR
ARSERGANTR L HRA
B tf R g wp
Method of Test for Veterinary Drug | Method of Test for Veterinary Drug | 2 & ® < %
Residues in Foods - Multiresidue Residues in Foods - Multiresidual i o
Analysis of B-Lactam Antibiotics Analysis of B-Lactam Antibiotics
R E TR E o
Lo * R Mﬁ%; ER IR SN I ) THES ,z;gww - TR 2
Aok A E2 e ‘Mﬁ A G| KA R PR R T L
4P % B F k(amoxicillin) & 1978 | i+ # = 2 & +k(amoxicillin) % 1978 AR &
B-p Fpriesgiid F (538 Lk )2 | B-p AR ds (7 A4 )2 G S
% o ek o S A
2. BT E DHRMEIERZ EN 2 Kk R R A ~F B oo
oo e Ap kAT B B S R (liquid | 15 0 100k ifﬁ é] 178 B R (liquid | = T % K 41
chromatograph/tandem mass | chromatograph/tandem mass B, %
spectrometer, LC-MS/MS) % 17 2. > | spectrometer, LC-MS/MS) 4~ 47 2_ = A
i% e i% e T Cefa-
2.1, %% 2.1, %% perazone |
211, RAp KT e R R 211, RAp KT e R R 0 A
2111 &3+ h 0 RO A 2111 SR T RS T Cefo-
(electrospray ionization, ESI) (electrospray ionization, ESI) perazone |
2.1.1.2. % 45§ : Poroshell 120SB- | 2.1.1.2. % +7 ¢ : Poroshell 120SB- ,
Cl18>27um > 3.0mmx15cm > & | CI8 > 2.7um > 3.0mmx 15cm » & cefoperazone
fe B 5 o e o B o .
2.1.2. = #(Homogenizer) ° 2.1.2. 3= #(Homogenizer) ° cefquinome
2.1.3. % i# & 47 % & (High speed | 2.1.3. % # 4 47 % % (High speed 2
dispersing  device) SPEX | dispersing  device) SPEX piperacillin
SamplePrep 2010 GenoGrinder® » | SamplePrep 2010 GenoGrinder® - S
1000 tpm2 + > &3 @ B3R F e | 1000 pmi b oo R A5 o FBE3
28R o 2.1.4. # < % (Centrifuge) @ # & | BB
2.14. < % (Centrifuge) © 7 & | 3500 xgri + % o p l‘i; ¥
3500 xgrt & 215 § # ik % % & (Nitrogen 5 &
2.1.5. % F ik ¥ % % (Nitrogen | evaporator) *fr]%]?@t: J
evaporator) ° 2.1.6. R & F(Vortex mixer) e # nafcillin
2.1.6. *FiR & B(Vortex mixer) o |22, iR¥ VA o by g | ZHTH
2. FEE VL Z L IR 24P | & 17 % ; primary and secondary "m/z 415
% +7 %  primary and secondary | amine (PSA) - octadecylsilane end- >198 , i
amine (PSA) ~ octadecylsilane end- | capped (C18 EC) % & -K Fr ik 4% 394 x5 Tmiz
capped (CIS EC) % i -k Fifieds ok | * A 4524 45 -k (LL T pear2sec | 415>
W o3 B R( F R25°C | T 18 MQem it L) | % B 4R 9
TEIS MQemr F); B F HhE | HR Y IS T2 195 o %V’;f
R R 2 195F - 23, BEZ TE
23. BEZ 45 23.1. &% :10mL -




23.1. zE¥L:10mL-

232 g 150mLz 15mL > PP
7

233. 1M X ¥ F F (Ceramic
homogenizer) Bond  Elut
QuEChERS P/N 59829313 » & ¢ &

e ©

234, i g F O 2 PSALS0
mg ~ C18 EC 150 mg% j& -k Fnfid 4%
900 mg -

2.3.5. Jg*E:34/£0.22 um PVDF+#
%‘r °

IV RERp FIERRE S G R
fé_ﬁk L ? oo

24, @#=Hz a9

2.4.1.50%¢c * A Bk

Beo wper g -k 50 50 (VIV)
) A I
2.4.2.80%¢c %
oo d g
R
25 Bdapinie el

r\ N .
it e

-k 1280 : 20 (v/iv)

251 #E4piaiRA
¥ p20.05mbLo e » 3 B3 kiR
1000 mL’ 5«( }ag-ﬁ—ﬁ/}a /}E&/]Q I;:\‘ IF

f%f”’#ﬁ/; A o

252, #E4p%iRB -

B 7 520.05mL> 4 » 2 3 & = 1000
mL > e il g Bk kT4 &
1% RB e

26, HERRZ Y

BB-p RiRfEAA B R R S
L 910mg > Hrf T A B 11 50%
L RARBIAELT ZF 110 mLy iF
SHEERR SR T R
AP R L RERRRE
23k AFFL01~1 pg/ml > &
R i -

27. Wir2B W

S A Nk 1 ﬁmi’;’:}.’ﬁ‘f;ﬁ » B
95 g WAL R % 0
Bis o #FD BFF R I N5
R PO AR & MR
E25mL E»50mLare g @ o

232 g 150mLz 15mL > PP
ikl ?T
233. 1 X ¥ F F (Ceramic
homogenizer) Bond  Elut
QuEChERS P/N 59829313 » & ¢ &
e, o

s
234, i % g ¥ 2 PSALS0
mg ~ C18 EC 150 mg ~ & -k Fifik 4%
900 mg °
2.3.5. g
B

IV RFRp AR L L
A e

24, #F& AW

2.4.1.50%¢c % % % ¢

Bro pr g g -k 50 50 (VIV)
B g e

2.4.2.80%¢c %%k -

Pev wfr 3 g k1280120 (Viv)t
R

25 BdApipie e

251 BEA4pBIRAC

¥ p20.05mbLo 4 » 3 B3 KR
1000 mL > 5 i "l g 0 B iR iU
I ARBIRA

252 ##4p% B

P® #0.05mL> 4 ~ ¢ ¥ i <1000
mL > 5w im > Bripik kT B
1% RB e

2,6, R R fel

BB-p fRiRfEdd F R R 5
£ 910mg > HAF T A B 11 50%
e MR RBRET T F 210 mL » 1F
SRR ARG o TR
AP R L RERRRE
243k HFEL01~1 pg/mL > &
(A7 S

27 iz W

B 2O B A 0 T o B
HSgo MR T Mkt “%"’
Bis v RN 3 B NS g
MR FFRMR I8 M
E25mL ¥ »50mLars g @ o
e~ 1§ LISE L 13p 2 80% 2 B

134 /£0.22 um PVDF#4




e 2 BT E 132 80% L %R
10 mLis > 12 % i A g R
1000 rpmi& i 54 48 » £ 123000 xg
oo 5a il o B-bFiR6 mLE 3
Air g g o IR dR T B
oo fA o BAERBL ) R A ATE
% *:1000 rppmd& F 24 &> £ 113500
xgHts5agE o Bt el mL o
40°C ki ¥ 11 F F oRAE A G
Sk SISy CEde & ) BERE
230 FipER 0 BiTiRiR
28 Bz BT

Begov iR A Blhe M RER R
100 uL » %2.7. 5 @& & 373 7% >
HET A SRR AR K 4T
Fol a7 o jed p-p prsdpins A
2 G A B & PP kR
B4 R ek R 4 B H170.001
~0.01 pg/mLi& & 4 o

AR R AT B TR A AT IR T
(G

& 47 ¢  Poroshell 120SB-C18 » 2.7
pum > 3.0 mm x 15 cm °

BEAn R T AR BB LT A

R 10 mLis » 12 g ik A fT KR
1000 rpmi& i 54 48 > £ 123000 xg
BooSa4Bis o Pt k6 mLE
e o T E IR F
Lo Pk BEEEHE ) R R A ATE
% 31000 rpmik F 24 450 £ 1213500
Xgit s Sa4s o B~ bkl mL o 3t
40°C-Rig® 1§ FeRic AT P
I oRRET T FI1ImL R E
230 FipEERE 0 BiTRR
28 R M2 GiF:

ot v R A e RER R
100 pl > &2.7. 53 Wik £ R3 7%
FiRTIMEERGF AR TR T
G LIRS Y N A
2o E R B LB R
K2 & 7 Svik B o 4 W8 1£0.001
~0.01 pg/mLi& & 4 -

AR R AT P TS A AT R LAE 2
)

& 17 ¢  Poroshell 120SB-C18 » 2.7
pum > 3.0 mm x 15 cm

#EARB R D AREBIR T A%
L Ll

e TR AT FF R (min) | A (%) B (%)
P& (min) | A (%) B (%) 0—-20 [|95—95| 55
0.0 >2.0 |95—>95 5—5 20—-70 |95—-50| 5—50
20—-70 |95—>50| 5—50 7.0—80 |50 —>20| 50— 80
7.0 —-8.0 {50 —>20| 50— 80 80—85 | 20— 0 | 80— 100
80—85 | 20— 0 | 80— 100 85—120| 0—0 [100— 100
85— 120 | 0—0 |100— 100 12—-18 | 0—95]| 100—5

120 > 180 0—95 | 100 — 5 18 =20 |95 —95| 55

18.0 —20.0/95—>95| 5—5 #H B 4p g ¢ 0.4 mL/min -

#d4pinid 0.4 mL/min °
A ~% 1 10puL -
i m 7 /& (Interface voltage) :
ROEHLF 14T (BSI)E T 4
kV >
TS v f 33 (BESI ) * 3
kV
fi & & & (Interface temperature) :
270°C -
% 1 § % /% i (Nebulizing gas
flow) : 3.0 L/min -

A ~% 1 10puL -
i w & A& (Interface voltage) :
TR a3 (BSI ) * 4
kV >
TOREH S L S (ESI )& * 3
kV .
fi % & & (Interface temperature) :

270°C -
% i* % %8 5% i# (Nebulizing gas

flow) : 3.0 L/min o
Sv 4§ 80 i (Heating gas flow) :




Sv 4§ #87i# (Heating gas flow) :

15.0 L/min °

%o # % B A& (Desolvent line
temperature) - 200°C -

v # B, 8 B (Heat
temperature) - 350°C -

52 %% # #8771 (Drying gas flow):5.0
L/min -

WoplHCN ¢ 5 E K R 8B (multiple
reaction monitoring, MRM) o ¢ p| &g
+ $QI/Q3 & & T & (Q1/Q3 Pre
Bias) 2 #i 4 7 /& (collision voltage)

block

ot oo

PR EIERE AR R T
AT F 2 RE K TR A BT
i o

29, Fw@HE 7 LR
HEEE PR 2 R SR 2 10
RLo A I~ it A A 47 8 T 3

oo k28§ E T AT ,T}’]ﬁ,,z
k’%%ﬁﬂ’ﬂ/pzli’”ﬁ'lf*/ﬁsdé’\ é{’ﬂf

Wﬁgiﬁ@MﬂWﬁﬁ*ﬁE

g2 > F kT %J? B R

e LB-p Rt 227 2

(ppm) -

WA PP AR ILL 22 E
CxV

(ppm) = M

C:dEmLiTrr B'P\m’—

Mgt £ 2.k B (ug/mL)

Vi EPH 82 80%C %5k 248

# (10 mL)
M:Br 7t £ £ (g) A
(mL)

AR R REET H
REYS 2 G g

(£100%) * F 7§ Bl4o ™
S %R (%) 77 F(%)
> 50 + 20
> 20~50 + 25
>10~20 + 30
<10 + 50
il AR 22 T EET

%W R 19FP-P ARIEE L A

15.0 L/min °

%% A ¢ B A& (Desolvent line
temperature) - 200°C
v BB B R
temperature) - 350°C -
§2 % # %47 i# (Drying gas flow): 5.0
L/min °

WoplHcsY ¢ 2 £ & R R (multiple
reaction monitoring, MRM) = ¢ p| &g
+ #QI/Q3 X K = & (Q1/Q3 Pre
Bias) 2 #i i 7 /& (collision voltage)
ot & oo

(Heat block

EE SR T L=l e - SEAR Lo ST 2=
ATt 2 RE R TR S 2P
EES

29. #FwE%RE ZERIT

M FE ﬁg"fﬁui’l‘*ﬁﬂﬁlp”i%’lo
pulo & iz ~ e 4p R 45 8 EEF’F'&F‘E &

oo k28§ E T A T #%ﬁ,,;’z
Pt]%ﬁﬁﬁ/p AT R R 2 /%?EEE
F2 5EF WP HES BAR
(il)g;g]i » TR A N ]‘\
WA LB RIS R 2
(ppm)
L A SO A S e
_ CxV
(ppm)— Y
dRERRLETRR
m@h*% &amymg
Vo EP 2 80%2 %3k 4
(10 mL)
M:PHA 17t € £ (gsVml)
CRpE E Y PRI
LR M ARG fiAprE A F

*z

& B-1 fie

(£100%) > % 37§ FldeoT
10 58 R (%) | B F & (%)
> 50 + 20
> 20~50 + 25
>10~20 + 30
=10 + 50
il AR E 2 T 2R

% B E R 197 PP ARIRAT S F
355 0.002 ppm -
2. BT R TRBER LT




32 % 0.002 ppm -

2. kY 3 REBRBRSE LS
o p 7R e

3. Cefapirin 7 & M cefapirin 2 H &
B desacetyl cefapirin &, & 3+ o
Cefapirin® T4 A B ¢ € Fd 3
% desacetyl cefapirin °

£4 0 g

1. Li, W., Shen, H., Hong, Y., Zhang,
Y., Yuan, F. and Zhang, F. 2016.
Simultaneous determination of 22
cephalosporins drug residues in pork
muscle using liquid chromatography-
tandem mass spectrometry. J.
Chromatogr. B 1022: 298-307.

2. Heller, D. N., Kaplan, D. A.,
Rummel, N. G. and von Bredow, J.
2000. Identification of cephapirin
metabolites and degradants in bovine
milk by electrospray ionization-ion
trap tandem mass spectrometry. J.
Agric. Food Chem. 48: 6030-6035.
3. SRR ER RS ¥ A
BB RACE A T MR 320140
& * QUEChERS # e d2 Hji3t 8 5
Ll SR RES R ST A A oI &
2R ARG R EF L
¥1038# R p A4 -

o s p TR -

3. Cefapirin 7 & ' cefapirin 2 H &
B F desacetyl cefapirin i, & 3+ o
Cefapirin® T A F ¢ € Foid 3
% desacetyl cefapirin °

54

1. Li, W,, Shen, H., Hong, Y., Zhang,
Y., Yuan, F. and Zhang, F. 2016.
Simultaneous determination of 22
cephalosporins drug residues in pork
muscle using liquid chromatography-
tandem mass spectrometry. J.
Chromatogr. B 1022: 298-307.

2. Heller, D. N., Kaplan, D. A.,
Rummel, N. G. and von Bredow, J.
2000. Identification of cephapirin
metabolites and degradants in bovine
milk by electrospray ionization-ion
trap tandem mass spectrometry. J.
Agric. Food Chem. 48: 6030-6035.
3. BRI R R FRE T E
BB URATNE A B MR 320140
& * QUEChERS % &Jd® B jie3t & 5
Ll SR MRS E ST A e oI &
ERE oA R E
¥103&# R p AL S -




I\ Desacetyl cefapirin 3.28

m/z 382> 152

/ ‘\
| "' Amoxicillin 3.42 m/z 366 > 114
J \
|
Cefapirin 5.69 m/z 424 > 292
l‘ Ampicillin 5.90 m/z 350 > 106
1) '4
!‘w Cephalexin 5.93 m/z 348 > 158
| { A
". Cefquinome 6.18 m/z 529.1 > 134
1
|| Cephalonium 6.31 m/z 459 > 152
| .
|| Cefotaxime 6.44 m/z 456 > 167
J L
|
f Mecillinam 6.53 m/z 326 > 167
| .
I Cefazolin 6.59 m/z 455 > 323
|
|| Cefuroxime 6.82 m/z 423 > 207
’l Cefoperazone 7.16 m/z 646.1 > 143
I\ =
o !
Piperacillin 8.20 ( m/z 518.1 > 143
\
o *
Benzylpenicillin 8.58 Ih m/z 335 > 160
'\
Penicillin V 9.01 ", m/z 351 > 160
A' Lﬂ
Oxacillin 9.24 | m/z 402 > 160
3
Cloxacillin 9.46 /! m/z 436 > 277
J 1
\
Nafcillin 9.56 (| m/z 415> 199
: /
Dicloxacillin9.72 || m/z470>160
A
& T - % R B R R i
Time (min)

Bl ~ 72 LC-MS/MS & 47 19 38 % B & R & B-P fpi=ifind 2 &% 52 MRM Bl #



545 K 1T RHCR TR D)

." . Desacetyl cefapirin 3.28

m/z 382> 152

| | Amoxicillin 3.42 m/z 366 > 114
J \
|
Cefapirin 5.69 m/z 424 > 292
l‘ Ampicillin 5.90 m/z 350 > 106
1) '4
!“ Cephalexin 5.93 m/z 348 > 158
| { A
". Cefquinome 6.18 m/z 529 > 134
1
|| Cephalonium 6.31 m/z 459 > 152
| .
|| Cefotaxime 6.44 m/z 456 > 167
J L
|
f Mecillinam 6.53 m/z 326 > 167
| .
I Cefazolin 6.59 m/z 455 > 323
|
|| Cefuroxime 6.82 m/z 423 > 207
’l Cefaperazone 7.16 m/z 646 > 143
I
|
Piperacillin 8.20 ( m/z 518 > 143
\
o *
Benzylpenicillin 8.58 Ih m/z 335 > 160
'\
Penicillin V 9.01 ", m/z 351 > 160
A' Lﬂ
Oxacillin 9.24 | m/z 402 > 160
3
Cloxacillin 9.46 /! m/z 436 > 277
J 1
\
Nafcillin 9.56 (| m/z 415> 198
Dicloxacillin 9.72 m/z 470 > 160
v T T T - % R P ——— i
Time (min)

Bl ~ 72 LC-MS/MS & 47 19 38 % B & R & B-P fpi=ifind 2 &% 52 MRM Bl #



Ao~ BT HhE 19BN ARIEATFLY R 2 5 F K b (LRI RER 2 8(B 1 7))

B+

A zﬁ
e I Q1/93 .
5 B o 7 b oo ﬁ‘:;“ ERiR (m/z) > %‘,\ 8 E}%
T T | Ab s e | RE |
V)
366> 114" 17/20 | 21
1 Amoxicillin Z g4k | ESIT 366 > 208 13/17 13
366 > 349 10/14 13
350> 106" 24/19 | 21
2 Ampicillin Z b F 4k | ESIT 350>114 17/21 29
350> 192 20/22 16
. e 1, 335> 160" 16/28 11
= E +
3 Benzylpenicillin i &% | ESI 335 > 176 16/18 16
. — 348 > 158" 24/28 10
L~ +
4 Cephalexin 24 37 | ESI 348 > 174 24/28 10
) B N 459 > 152" 13/12 10
5 Cephalonium ESI 459 > 337 1721 15
o .| 646.1 > 143" 24/14 32
6 |  Cefoperazone EST" 1 6a61>530 | 22536 | 13
. B .| 455>323 2122 | 12
7 Cefazolin ESI 455> 156 30/28 13
. B .| 456>167 16/15 | 10
8 Cefotaxime ESI 456 > 396 272/30 15
. _ L] 529.1>134 26/13 | 18
9 Cefquinome ESI 529.1> 125 24/23 55
423 >207" 12/12 | 15
10 Cefuroxime - EST 423 > 284 11/18 27
423> 318 30/13 9
Cefapirin oL N 424 > 292" 20/20 14
1 (Cephapirin) GEVAR ESD | s s s 1015 | 16
o . 436 > 277" 16/26 | 16
&k = +
12 Cloxacillin % vEe d % | ESI 436> 160 16/29 14
13 Desacetyl cefapirin - EST* 382> 152" 18/15 24
(Desacetyl cephapirin) 382> 226 18/15 18
) s - " 470 > 160" 13/21 16
14 Dicloxacillin Bs o4k | ESI 470 > 311 17/28 16
o B . 326> 167" 12/17 | 23
15 Mecillinam ESI 326 > 139 12/14 31
s B N 415>199" 15/19 15
16 Nafcillin ESTU L 4155171 1517 | 33
e B N 402 > 160" 14/11 14
17 Oxacillin ESI 402 > 243 11/24 15
. o N 351 > 160" 25/11 13
18 Penicillin V ESI 351 > 114 26/11 29
) e o .| 518.1 > 143" 26/26 22
19 Piperacillin ESI 518.1> 160 24/30 2

TR PR FIHTRATERERFEZ T 0 - WS




A~ X BF FRE 9P ARt 22 5 R R RIS S (R ITR D)
AR 4 B+ 5
e I QI/Q3 .
B 5 w2 P o W SR+ (m/z) >| BE g%
Z o T - ¥ A 33 (m/2) w R ‘z‘v)
V)
366> 114" 17/20 | 21
1 Amoxicillin Z g4k | ESIT 366 > 208 13/17 13
366 > 349 10/14 13
350> 106" 24/19 | 21
2 Ampicillin Z b F 4k | ESIT 350>114 17/21 29
350> 192 20/22 16
. e 1, 335> 160" 16/28 11
= E +
3 Benzylpenicillin i &% | ESI 335 > 176 16/18 16
. — 348 > 158" 24/28 10
L~ +
4 Cephalexin 24 37 | ESI 348 > 174 24/28 10
) B N 459 > 152" 13/12 10
5 Cephalonium ESI 459 > 337 1721 15
_ .| 646>143" 24/14 | 32
6 Cefaperazone EST" 1 Ga6>530 | 22536 | 13
. B .| 455>323 2122 | 12
7 Cefazolin ESI 455> 156 30/28 13
. B .| 456>167 16/15 | 10
8 Cefotaxime ESI 456 > 396 272/30 15
. B | 529>134 26/13 | 18
9 Cefquinome ESI 599> 125 24/23 55
423 >207" 12/12 | 15
10 Cefuroxime - EST 423 > 284 11/18 27
423> 318 30/13 9
Cefapirin oL N 424 > 292" 20/20 14
1 (Cephapirin) GEVAR ESD | s s s 1015 | 16
o . 436 > 277" 16/26 | 16
Erk +
12 Cloxacillin % *Rrk d 4k | ESI 436> 160 16/29 14
13 Desacetyl cefapirin - EST* 382> 152" 18/15 24
(Desacetyl cephapirin) 382> 226 18/15 18
) s - " 470 > 160" 13/21 16
14 Dicloxacillin Bs o4k | ESI 470 > 311 17/28 16
o B . 326> 167" 12/17 | 23
15 Mecillinam ESI 326 > 139 12/14 31
s B N 415>199" 15/19 15
16 Nafoillin ESTU L 4155171 1517 | 33
e B N 402 > 160" 14/11 14
17 Oxacillin ESI 402 > 243 11/24 15
. o N 351 > 160" 25/11 13
18 Penicillin V ESI 351> 114 26/11 29
) e o N 518 > 143" 26/26 22
19 Piperacillin ESI 518> 160 24/30 2

TR PR FIHTRATERERFEZ T 0 - WS






