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Determination of B-lactam drug residues in milk and milk powder by liquid
chromatography-Tandem mass spectrometric method
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BmREEFRNE DAY T p-AEtIE R AGYIREERINE
AR B IE-REKRIEE

1 SEE

ASCAERE T A WA DR v 237 B- A BB A 24 W) 5 B A P R AU €08 - £ 1B i 4
SETT e

ASCAEE T A5 WY 2% OB SRAULAR BTG AR SRATULAR Sl | 2N Ak,
KRR AT SRARDE . A SRAMENS . SEPUAK. ShAumepk, SREORER . IS PEAR. IR
PIPAR. HAPIMR, FERG. HERV. KM, SR, ZERIIH . BRI XU
R .

2 HsEMsIAxH

TN HSCA A ) P R T S AR R 1 T | T AR ST A AN BT ) SRk . e, v H AR B A SC
P, A% H B B RS & F T A SCPE s ASvE B I 51 B SCPR, JLRciRAs CBUFE BT It B ) &
TAIA.

GB/T 6682 4 #1556 2 FH /K KUk A58 7 v

3 ARiBEFENX
A T B IR M ARERE Lo
4 R

R PR B- P B M 2 25 228 A FHY I VAR 0, LB [T AH A FBURE 44, VBOAH €0 - A BB B 1R M 5
B TV BCARMETR VRS, PRI e .

5 Wi SR

BrAAMES, FraERFIY GRS, KONFFAGBIT 66828 5E I— %K.

1 5

1.1 HEE (CH30H).

1.2 &M (CH3CN).

1.3 H (HCOOH).

1.4 1ECkE (CeHis), rtfrat,

2 BREIECH

2.1 50%Z M5 B 100 mL, fi7K 100 mL, JE%].

2.2 0.1%HBREW: FEHEHER 1.0 mL T 1000 mL FEHF, HKERZZE, 5.

2.3 0.1%FRRHFEAW: FRECFER 1.0 mL T 1000 mL &2, HARECRZZE, #5.
2.4 ZFEWARIEC AW B 500 mL IE 2k TRFE T, A 50 mL 285, #2).

3 FnEm

23 il B- N BERE IS 25 WIbRHE . 4l =99%, AHZAE B ILET 3¢ A

L4 FREBSRAVECH

A1 ARERE VAR (1 mg/mL): 4> BIFREL 10.0 mg bRdE i CREHIZE 0.1 mg) T 10 mL KR &,

o O,
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F 50% OB RIEMI 2%, -18CLL NERfRAE, HRW 1 MH.
5.4.2 IREFREP AR (10 ug/mL): 73 AIERRIEL 0.1 mL FRdEeE I 7 T 10 mL A EIHRH, H 50%
CIEEREREZIE, 85, -18CLLNRLIRE, BRI 10d.
5.4.3 JRAPRUE TR (1 ug/mL): HEMWKEL 1.0 mL /B SArAEF [T 10 mL S &=+, FH 50%
LG ERZZIRE, 5, DI,
5.5 #H
5.5.1 RIKLIH/ — LIFHKFEACENR BEAAERUE, 500 mg/6 mL, siiEREA S E, RIS mL B EEE
b
5.5.2 JEME: 0.22 pm, HHLER.

R E

AR - BB A FEE S 2 YR (ESD .
AT P JE%#E0.000 01 g£10.01 g.

RETR A 38

BL0AL: =8000 r/min.

R EERTE =

B FETEBEA o

AL

REFRY I E AR

I F ¢ 4= 0

M3 B A A O 1) 2 B P A W B 9 R g TR G 5T

a) HU e AR dh, PR atalRe;

b) BUIAFUG I AR, A .

¢ MU A AR, S e B AR, AN BRI R,
2 HAERRTE

FECEYS: -18°CLA T B H G IR AT .

Pikn: BT IR R R A o

ME LR

1R
N RS NI < ]

HERIARECA . £ 950k (24£0.05) g, T-50 mLESOVEH, 110.1% H B H B8 mL, =€ 1 min,
8000 r/min (>3 min, UL LiGEW, #%H.
8.1.2 Wik

HERFREC R R (0.540.01) g, F50 mLESOE S, H1.5mL 50 CiR/KFHEM, N0.1%H iR
FIFEVATR8 mL, i€l min, 8000 r/mini 03 min, W FiEW, M.
8.2 At

2% I v A 5 I SR AR IR EAR A B, WOAR A il 115 mLs 0 . 2 mLH
P e % [ AHAS IR, WOER A tHVR, S0°C /AT, HWIAA LB aNAH1.0 mLIEAER R, IIA1 mL
CIEWFIIE CREIAT, #E30's, 8000 r/min 03 min, 312 FJZVEW, FEEBGT0.22 umPEME, 4
TR 3 - BB I B S
8.3 EJRILACHRErMZAVHI &

2 B R S bR TR BOE R, FWIIR LU RS ARG B RS B- N LG 2R 250U FE 53 708 2 ng/mL.
5 ng/mL. 10 ng/mL. 50 ng/mL. 100 ng/mL ) RFIAREE T, M EIRAREE R HL 1.0 mL, 437000
2
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AN LI ORI T SRR, R, ERNERITEARHEA R, 1T 0.22 um JEMEfE
AL E .
8.4 ME
8.4.1 HHEHBESELXMH
a) ik Cigft (100 mmx2.1 mm, 1.9um), BMEREAH XM
by VEhAH: A: 0.1%FHRRIEH:; B: L. BREEGEMARET WK1,
c) JiiE: 0.2 mL/min;
d) FEiE: 30 C;
e) HEFEE: SupL;
x®1 REGENSERRIEFR

i [a] A B
min % %
0.00 90 10
5.00 10 90
7.00 10 90
7.10 90 10
10.00 90 10

8.4.2 HBERIESEZM

Q) BT HEBIEE TR,

by AR IEE T

c) MM ZRMEN (MRM);

d) FHBIZREE: 3500 V;

e) BTURIERE: 150 C;

f) SR ERERETX. RENE. fEEES LB,
8.4.3 MEZX
8.4.3.1 EMME

TEFIFEMRRZE A, RE I VR R (1 B- PN I & 215 2470 (1 £ B o 1) 5 55 o UC A A VAT HH A R4 43 TR AR
RAIT A LG, R ZE7E£0. 1min AP, ELASH I3 0B TR 25, 245 R A >4 1) 266 J DTG J5C o v 5 VR 28
TR AR 2, AR 2 AN i +40%
8.4.3.2 TEEBME

DAJES U UC L A A AR FE R As b, AV THT R A AL bR, il bl TAE RN, 1E 3 ol s e,
FRAMME T EARE R 259 5% BE B, 5 DT FC AR AR T B R I 0 B bR 47 i) A 35) 70 SRS A I P 2%
PEJEEEIA o X T-0Rk b B- N I i S 24 )k B i i AN A I s R PR VE LI, RO BRI VR F 2 R T
TRRRRE S A o 23 B- P Tk e 2 245 W R A 25 1 o i € 1 P 2 DL B i C

8.5 AR
e FhE, BRASINZiAt, SR S AR IR I e 20 BREEAT P AT #R AT

9 SREMFL
SRRE REIIZ 4 RS AR A A (D) T

_ AjXpsXVx1000
Agxmx1000
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A

w BRE AR 25 B B, SRR T30 (ualkg)

A —— R R AR 254 R 0 T AR 5

0 s—HREFVCHAR R BUH R I 5 VIR L, A v se Bk =TT (ng/mL)
V — B R R AR, BT (mL)

A2 T VT O AR R I 90 A A U 25 0 TR D T AR 5
m—IRFE R, BN (g) ;
n—— EHLIGE AR R I TG Bl s, 3k bR 5L
T THE SRR 3N A R
10 KWMFERBE. EREMBEE
10.1 REE
ATTEFX AR WG PR oML o/kg, PR ON2 polkgs X505 At BR 4 polkg, =R A8

o/kgo
10.2 IEWE
ATFIELE P CETITE 2 ug/kg ~ 40 uglkg ININAFE KT L BIEISCR A 70% ~ 110%; W TE 8 ug/kg ~
160 ug/kg FINAREE K _ERIEUCER A 70% ~110 %o
103 HBEE

A TT VA A RE X bR Al 22 <15%,  $H6 TA) A X A HE i 22 <20%
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A= BN LA R 122 CAS 5 Vi EDS R s
1 % LRI bR Desacetyl Cefapirin CisHisN; 0582 38115-21-8 3814
2 ] 2 7% bk Amoxicillin C16H1oN30s8 26787-78-0 365.4
3 Sk AU Ak Cephapiriin C17H17N306S2 21593-23-7 4235
4 S 5 Cefquinome C23H24N60sS2 84957-30-2 528.6
5 FUEFIAR Ampicillin C16HioN3048 69-53-4 349.4
6 SkfE Cefalexin Ci6Hi7N3048 15686-71-2 347.4
7 kAT Cephalonium C2oHisN40sS2 5575-21-3 4585
8 St e Cephradine Ci6H19N3048 38821-53-3 349.4
9 LI Cefacetrile Ci3Hi3N3068 10206-21-0 339.3
10 S FmENE Cefotaxime Ci6H17N507S: 63527-52-6 4554
11 P Mecillinam CisHxN3058 32887-01-7 325.4
12 S bk Cefazolin Ci4sHi3NsNaO4Ss | 27164-46-1 454.5
13 Sk AR Cefoperazone C2sH27No0sS: 62893-19-0 645.7
14 B v 7 K Azlocillin C2oH23N506S 37091-66-0 461.5
15 Rz 76 Ak Pipracil C23HxN507S 61477-96-1 517.5
16 A 7 Methicillin Ci7H20N206S 61-32-5 380.1
17 HHEG Penicillin G Ci6H1sN204S 61-33-6 334.4
18 HERV Penicillin V Ci6H1sN20sS 87-08-1 350.4
19 I AR Oxacillin Ci9H15N3058 66-79-5 401.4

20 UM A Cloxacillin C19HisCIN;O5S 61-72-3 435.9
21 2552 Pk Nafcillin CaHnN>0sS 147-52-4 414.4
22 S Ak Flucloxacillin CioHiZCIFNSOsS | 5250-39-5 453.9
23 UG Dicloxacillin CioHiZCLN;OsS | 3116-76-5 469.3
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FB.1 23 -RELRE KA BUE IS8

il HR S FR EMWEFX (m/z) TEEETX (mk) HEFLEE (V) | filffERER (eV)
1 Py B SOl 382.1/112.1 382.1/112.1 72 20
382.1/152.0 12
2 I B 7 A 366.1/114.0 366.1/114.0 46 Lo
366.1/208.0 10
424.0/292. 1
3 Sk ULk 0/292.0 424.0/292.0 68 8
424.0/320.0 10
. 29.0/134.1 1
4 Sk fa v 5 529.0/13 529.0/134.1 75 0
529.0/396.0 14
.1/106.1 1
5 ORI 350.1/106 350.1/106.1 56 0
350.1/174.1 19
48.0/106.1 21
6 SR 348.0/106 348.0/106.1 52
348.0/158.0 28
7 LT 459.0/152.0 459.0/152.0 59 32
459.0/337.0 10
8 Sk 350.1/158.0 350.1/158.0 52 19
350.1/176.0 10
9 kT 2N 361.9/178.0 361.9/178.0 61 20
361.9/257.9 16
10 kg5 456.0/7.0 456.0/167.0 71 19
456.0/395.9 10
11 EJUTTN SQUIST 326.1/139.1 71 10
326.1/167.1 10
12 Sk g e AR a ALED 455.0/156.0 57 10
455.0/323.0 12
13 S FR B 646.0/143.1 646.0/143.1 7 10
646.0/530.0 13
14 [{PEFITIN 462.1/218.1 462.1/218.1 67 34
462.1/246.0 12
15 WRF7 P AR 518.1/143.1 518.1/143.1 66 10
518.1/160.0 14
16 SRR 7N 381.1/165.1 381.1/165.1 65 12
381.1/222.0 14
17 HH %G 335.1/160.0 335.1/160.0 47 19
335.1/176.0 16
18 HHRV 351.1/114.1 351.1/114.1 57 10
351.1/160.0 15
19 HRIE PG AR 402.0/160.0 402.0/160.0 56 1
402.0/243.0 10
20 S T A 436.0/160.0 436.0/160.0 60 21
436.0/276.9 14
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#=B.1 4
5 H LA TR FENER X (m/z) SERBETX (m/) HEFLHEE (V) | RERER (eV)

415.1/171.0 25

21 ZE R PR 415.1/171.0 59
= f 415.1/199.0 20
454.1/160.0 17

22 ] 454.1/160.0 75
P 454.1/294.9 14
23

23 PYENIPIN 469.9/160.0 469.9/160.0 64
469.9/310.9 18
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M & C
(FER)

HINE R TR AR EA R 23 MANFES FREEIEE

A= RE BT UL AR v 23 Fh 259 (50 ng/mL) RRAE B & % B WA C.1.

Sha g o S un i)
- - c SEi S =2 303 050 [142 052413 0SS, 151688952 004]

L ORFL T AR RT-1.66
=1 382.1/112.1

- = i R I T T Pepre

Shal o e un
-~ o2 SRAd me2 367 080 [112 053112 0S5, 154.885-983 001]

FCBHEESLAIITRR RT-1.66
=1 382.1/152.0

ET-)
11s 1 1= 274 23p 257

o
L L A A A

Y N A M A A

ES =0 Tomentr

- < © SE{ SR =3 355150 [112 565114 004, 207.585-308 001]

- BUEEPEMR RT-2.26
] 366.1/114.0

132 14e 156 1SS ao4 245 2p 2es a31 a3 ass

1= 3ma as7
a1k 12 14 1E  1& 2o 2z 24 28 ZE 2D 32 | a4 ak

EZ 50 Toeratt.
- = c S5 SmAd a2 36550 [142. 58511 £ 004, 207.555-308 004]

- PUECPEM RT-2.26
"1 366.1/208.0

148 1E2 17E 200 244 2 X a1s 152 372

F A L IR I e A S A S

EFEETICEE
- < © SEi S m=Z 434,000 [359.556-353 00, 348888330 001)

o, CkIEILAR RT-2.92
=1 424.0/292.0

157 174 134 230 243 30 341 358

27 El 257 aps 4
1 1% 2o 22 24 2= 2= 30 3z 34 28 3% &b &z | 44

ESEE NI
- <= 2 BRAd meZ 434,000 [254. 855-052 004, 315.555-330.004]

o SLAEPTAR RT-2.92
-1 424.0/320.0

151 20 230 28E 2

5=

75 321 3zs 2 am 422 asn
22 ap 3z a4 dE 3= | 4D 42 44

BTk 2 22 24 2k

Kilid, ]
- < C SEi SR =3 529028 [1234.190-134.112, 355555388 561]

Sofurgf; - RT-3.28

TR
- = c EEI ERM maZ E25.038 [134. 190-124.112, 395.555-385861]

- L 5 RT-3.28

<pa,

-1 529.0/134.1 -1 529.0/396.0

7o ]

0] s

=0 =]

a0 4]

=0 2]

20 2]

] 237 345 3se  3ss 4q7 434 &0 ry ] 2o MF 248 28 B ase  ame S 43 a4 4TE
1% 2 2z =24 2= 2= ab 32 He 2 33 &b 4z | a4 &E W% zb | 2z 24 2 2= ap | =3z =4 3 3% 4p &z | 44 &E
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RT-3.46
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ESZH W
- <= == BN meD 350450 [108. 140-106. 112, 174.070-974 073]

AAETIRK RT-3.46

oA ama,
sa-] s0-|
=] 350.1/106.1 -] 350.1/174.1
70 7|
52 5|
sa-] sa-|
a0 20|
20 20
20 20|
10 10|
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=

- < © SEi T4 =3 342000 [105.124-905 935, 157.888-152.001]

RT-3.47

il 5
- <= 2 BRAd me2 345,000 [108. 124-905 435, 157.555-952.004]

LA A RT-3.47

ana—, ama,
sa-] 0]
=]  348.0/106.1 =]  348.0/158.0
7o o]
52 s
sa-] 0]
a0 20
20 20
20 20
1+ = anm 14
238 254 385 252 318 330 357 5. 338 asz avs ass 152 218 278 EES) 324 30 402 430 433 443 47T asa
25 22 24 | 25 2= 2B 22 34 3= 2= &p | &z 44 4 &% b 2z 24 2E | 2% 2% 22 24  2E 3= &b 42 44 45 4%

e flaig
459.0/152.0

255 2e3

il
- < © SEi SRAd =3 452,000 [154. 556153 00, 335.855-335 561]

RT-3.55

27T a8

o e RT3
459.0/337.0

375 3m3 am

vy

s 24z 45 a3 ass  4E2
247 2 23 Ak | 32 a4 3E a3 &b &z a4 & &z

b

==
A P " S L P " R

£t
]
5
B

[

St fir e

i of
- < © SEi SR m=3 350450 [157. 556158 00, 175888175 001]

RT-3.57

iy ol
- <= =i BRAd me2 350,450 [157. 835952004, 175.555-975.0014]
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<pa, 409
] =]
=]  350.1/158.0 =]  350.1/176.0
] ]
] =]
=] =]
«] ]
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] ] =,
272 256 o4 25 355 447 437 451 avv ase ape 3z 48 274 22T 4% a7 azs asv
22 4 2E 2= an | 3z | 34 3B 3@ &b 42 | &4 4 | 4% 5O 22 2 2E | 2e | ap 32 a4 2 38 4D 42 44 45 4= 50
mﬁzxnsm [477.856-174.004, 267.925-267 530] E " c2i rid o2 351,550 [17.356-475.001, 257.826-257.830)
=  RT-3.58 =3
- KIS . Sguzps  RI-358
] ]
=] 361.9/178.0 =] 361.9/257.9
] ]
] ]
=] =]
«] «]
=] =]
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il
- < © SEi SR =2 452000 [155.556-957.00, 355.544-385 543]

- L HIES RT-3.64

=] 456.0/167.0
sl
e
=]
]
=]
2]
1]
i ae imam an e 35 3sn  aze as

434 a7 a7s sos

TR
FF- = c EEI ERM ma2 455.000 [16E. 956-957.001, 355.549-385543]

- famgfs  RT-3.64
-1 456.0/395.9

228 234 aso a4n asm *FF a7 spe

asz

PN AR FUMAR AR A S A

44 & &E | =D

"
- < ©SEi SmM =D 336 150 [135.490-438. 113, 157490457 112]

. %@ﬂ( RT-3.77
-1 326.1/139.1

251 275 254 316 337 343 35 411 431 48 o as0 ass

EFET W
-~ =S5 SR D 335 050 [135. 190438 12, 167490467 113]

s 26 bk RT-3.77
2 326.1/167.1

a B8 & 8B 4
T R SR SR PR P

243 255 271 284 314 331 3s aen a0s 430 a4s o 4T4  sO7 s3a
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T
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- < © SEi S =3 452000 [155.556-455 00, 333 885-332 001

RT-3.82

b

= SkfmER
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TTREEE
- <= 2 SR me: 455,000 [155. 855955004, 320 555-332.004]

= kfagpk RTS8
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o
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a2 B ¥ & B B J
%

i

2 4 =k 3= 4n 42
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E A R N, L FU " P 5}

E & s =
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- < © SEi SR 3 645050 [143.190-143.112, S30.070-530.072]
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a B8 & 8B 4
T R SR SR PR P

N

P I R A
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