ICS 67.050
CCS X 50

e AR

L #0 = E =X = #

GB 31656.12—2021

% GB/T 22952—2008

\

BEmZEERRE
KEmPEERRGWSHERNE
R TH Bk - R BRI A

National food safety standard—

Determination of Penicillin multi-residues in aquatic products by
liquid chromatography—tandem mass spectrometry method

2021-09-16 % % wj&ozﬁz—.@#@e

&
I e AL R Al A A g [
P AR SRIEIES 1VE R I = 2
1% b %o N

X
S
%.







GB 31656. 12—2021

[

Bl
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2008 A Lb o B 45 #4825 Fn g vk e sh Ah BB R N AR RN R .

a) ST BRI S Y LI 1,2008 AERAY 1)
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&) HE TR I E 2D IR (UL 85,2008 AERLAY 7D 5
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EmEZEEKIRA
KERHPEEZXRAYSHBNNE KiEGE-BERIEE
1 BE

ARSCOFRLRE T 7K™ il v 7 8 3R S 24 Wy 5 P B S 0 %) A AR BR300 E T 7k
AR SCPRIE A UF VBRI S ] B BV PSP AR R UM R R GO R R VORI
ARG P bR UG TG P L 255 5 PG AR L WRAIE B | BT 3 G bR T FR S 74 b B A B 22 A 25 W B B R DI E

2 MEsSIAXH

AN SO ) P E e S B R T ) T RS AR SO R T A B Sk, Herb T H BRSSO
32 BT I 04 RRAS 586 F T AR SCPF 5 AN 1 H 9109 511 SO 1 Bor BUAS CRLES BT A /948 B i) & T AR
S

GB/T 6682 43 5255 28 FH /K HLAS Fial 56 U7

GB/T 30891—2014 /K =il EE#L I

3 REBEBMEX
AR BEA 5 2 E AR TR FIE L
4 RiE
TR R B Y T B R IS L T L K I R R [ A AR BRORE e 1 B0 €3 - £ R B3 0 5E L P9 bk

=t

i
5 WS H
W 53 4 LA S AT R 0 40 B 4 K R GB/T 6682 MUK 9 — K .

5.1 &#

5.1.1 ZJE(CH,CN) : (a4l

5.1.2 HWR(HCOOH) . {4 f@

5.2 BWREH

5.2.1 30% LHEKEW BN 30 mL.JK 70 mL. IR A .

5.2.2 80% LWE/KEEW BN 400 mL 7K 100 mL.IRA .

5.2.3 0.05% W E/KE W B 2 250 pL, iN/KF B 2 500 mL,

5.2.4 0.05% W MEHW R 250 pL, N HEMBEZE 500 mL,

5.3 tREM

5.3.1 HEREAGY PR AN EFER GOHEER V.M 7k | G0 75 bk | X5 PG bk 25 K 7

R TR PG A L BRT 7 P MR R R ARG AL B R =95 00, BRI LB S AL

5.3.2 bR BB PEAR-d, VEEPEAR-d EFER G-d, ZERIM-d, . SR =95%, AR & KR AL
54 IREBREHE

541 HEEREMAW .10 mg/mL) . WEHERIKGWRMERL 10 meg, FEKE, H 30% 4K
VR VRV S O R B E ¥ 2 100 mL, BCHI SR BE B 0. 10 mg/mL MIARMERE AT K . — 18 ‘CHRECIRTF A AL
M5 d,

5.4.2 WARMEE I 0. 10 mg/mL) : BN FRARAESE 29 10 mg  AF B FRE - FH 30 Y0 £ 7K V65 007 i O B 2
1
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2% 100 mL. Bl S BE A 0. 10 mg/mL BYNFREE SR . — 18 CHRECHRAE AR 5 d.

5.4.3 RAIRHEDEW (1. 0 pg/mL) : 435K 25 5 BUE B 5 br 08 £ W0 5 /KRR B 1 5 ] 5 75 bR L 22
TV EEZ GOHBER VAR PTAR S PE AR OB PG AR L 28 52 P8 AR L WRF7 75 4 | BT 3 78 K A R 407 AR
FES R 1.0 pg/mL MR G ARIER IR . —4 CHROGIRAE AR 5 d,

5.4.4  NER TAEW (1. 0 pg/mL) « 43 5K % f5t BN A it 45 VR o FH 7K B 8¢ il i o] 5 7 AA-dl, | 20 G K-
ds HFHEE G-d ZERFGM-ds WREH 1.0 pg/mL MNF TAEBR . —4 CHOGHRAE . AE0W 5 d.

5.5 ##

5.5.1 i = AR TR A 7 2 7K 3 A 8 AH 22 JOHE : 200 mg/6 mL, BOAH 3%,

5.5.2 #BUEF .10 kD,0.5 mL,

6 MFES5EE

VBUAH €8, 335 - £ IR IO B AT IO 34 - T H T 5 U
3BT R B 0.01 g A1 0,000 01 g,

R R RO,

[E] FH 2 U

P A

HALKAML.

T e VR A 2

AWAL

< - R < N < R o I < PR PR Y
© N o O W N =

~

HBHHESRE

7.1 ABME &

¥ GB/T 30891—2014 it 5% B B R HIAE,

a)  HA A AR o 1R O AR aOR)

by B A S R A S R

o) MU BT ZS FURE S IS NGE B B AR o AR AR S =S s R,
7.2 ABHRTE

—18 CULFRAE .3 D H W T Frka il .

8 MESR

8.1 1#&RE

Bk 2.5 g(HERI 2= 0. 02 @) TN AR TAEW 100 pL, F & 10 min, il 80% ZHEKIE W 5 mL, i jiE
RA 1 min, #7510 min,4 ‘C 10 000 r/min &> 5 min, B_EFH LR E N 80 % LNEKIE W 4 mlL #4242
W—, G LIEW . H 80X MKW BER 10. 0 mL, % H .
8.2 #ik

B 8026 L ME /KAWL 1 sl T8 Yk [ AF A8 BORE » 58 25 0 W IR VR 2. 0 mL b A AR R i 1 7 /s,
WCAE R .35 CRAMREADTF 0.5 mL, iR EZRZE 0.5 mL, FHAIEE LA 12 000 r/min 4> 10 min, BjE
T A €35 R I B3 I
8.3 tRAEMZENT&

K B BUR A b e b B W N AR TAERGE B K ECH R T B Z R AW E N 2 pg/L.5 pg/L.
10 pg/1.25 pg/L.50 pg/L 150 pg/L F1 300 pg/L MR A bR E TAE R . Hodh 7 5 2 AR O 2 R
40 pg/L, LhIWASREAE B BT i €5 335 05 A0 b AT A s 6 180 FR LU A8 Ry D0 A8 s L XF I07 7 s o V5 Ve 5 A i A e
224 B o il 2, SR RT3 AR A 56 R AR

2



GB 31656. 12—2021

8.4 Mz
8.4.1 RiEBESELH
a)  EIEAE.C e fBi%H (2. 1 mm X100 mm,2. 6 pm), s PEEA 24 & ;
b) Al :35 C;
¢ Uii#:0.4 mL/ min;
& BERER 10 pls
e)  UBIA A N 0.05% MY R KA B N 0. 05 Y0 B B RR SN TR . BEEE VR A1 L3R 1,
®1 MEhEBEERBREE

i ] A B
min % %
0.0 98 2
1.0 98 2
3.0 60 40
7.0 0 100
10. 0 0 100
10. 1 98 2
12.0 98 2

8.4.2 RiLSEEH
a) BB S B U (ESD , £ R W W (MRMD , 1F 8 PR
b)  Wi%HLE:5.5 kV;
o KA AT 0. 24 MPa;
d)  HEFESE 7 :0. 02 MPa;
e) BRI 500 C;
D REEAOHEKE:10 V;
g) MiEEHIOEE:12 V;
h)  GEE A .50 ms;
D B TR Gasl:0.34 MPa;
D BETIR Gas2:0. 34 MPa;
k) 22 Oy W B S B L PR R RTRIE FEE E E WLER 2.
®2 ZREENBEF. FEF. BEBEMERS

] T FHET A I R 6t
Hirtb &9
IH/Z ]n/Z V EV
N 349 40 11
B 35 75 366 :
208° 40 16
. ] 192 55 21
R P AR 350 a 5
106° 55 22
176 60 34
HEEG 335
160" 60 34
192 60 16
HEZEV 351
160° 60 17
- 243 60 18
R e 7 b 402
160° 60 17
277 120 18
S TG AR 436
160° 120 18
171 70 52
T i 115
199 70 20
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w2 (&
- BEE T FEHT i 7 fL ilf 4% i
H b &4
m/z m/z A\ eV
311 120 19
PR N 470 ,
160° 120 19
) 160 60 15
WE 37 75 bk 518 2
143° 60 20
246 60 17
(IR N 462
218¢ 60 26
222 10 21
AR PG Ak 381 ,
165° 40 25
Fi] 5 78 R-d, 370 212 60 17
R VG bR-d; 355 111 65 25
HHE G-, 342 183 120 18
ZE RV FR-ds 421 205 120 18
HEEBERET.

8.5 ME*
8.5.1 EMME
TE AR MR AR OB 1 5 R R IS5 W O DR B I 18] 55 A vl AR b 78 2 3R 2R 25 W 9 £ B8 I )
Z LG 2575 2. 5 00 LD ELAS I 30 A9 R X 2 3 A2 B2 W 5 R R R 24 A v VA RORE O A B — e, AR O
ZENLAT AR 3 HYEK
x3 EMBINENBFFEFENRARTRE

LR VSRS e
AHXT B >50 =>20~50 >10~20 <10
TV 22 + 20 + 25 + 30 + 50

8.5.2 EEWE

SRR YRR TR 3 b A 3 A0 A PR BRI AR I AR B B2 U, DL (0 3 0 T BUE L i N AR T
TS A Bl S PG AR LB 52 PG AR-d, S bR ECR PUAR LA ZCR P AR-ds WS . R R GOH R R VR
AR S YR A XU Y AR LT B2 3R G-dr D AR » 25 5K P AR R EE PG b | Bl % PG 6 A0 Y 5608 A 2L 255 5% 78 K-l
AR o R VR TS ORI R T 2K S 24 W A i (R 8 O A SRR A I A ZR M FELIN . fE EIR VA
- B A E R AR MEVE WO R AIE 2 1 BT R (3 1 DL S B
8.6 =HIKE

s FURE BRASINAR HE S AT R AR [R) (0 25 SR E A7 P A7 484

9 ZARiITEMRRA

W A L /BN R R S A /N W G D 7 = A
AXA (s XCsXCis XV XV,

X S A XA X O X Vs Xm R
.
X R A 4 T R B A A B R o e BT (g ke
Cs o T AR W W b 5 I ) o vk B A A B R A e B 22 (ng/mL)

Cis —BURHA W P AR B BUE L B0 9 se 53 22 T (ng/mL)
C'is —hRie TAE VW AR vk B (4 (L B0 0 R 24 5 55 22 Tt (ng/mL) 5
A IR TR I W T A 0 1 A 5

A'is B A T A 8 0 P9 A G e i A
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A —URHA BT AR e T AR

As A v AR U T N 0 T A e T AR5

Vo RO AR E A R BR A B S N Z T (ml)
V, BURH BOR AR A B MR, B0 Z T (mL) 5

VOB ORI AR A B B B 22 T (m)
TR A A R (E L B0 T ()

m
10 BMAFENREE ERENBEE

0.1 R#ge

ARFTEE IR ZFAR EFER G.HEER VAP AR, G0 PG Ak, BUSPE AR 25 9 78 KL R $37 78
MBI PUAR  H A PE AR 2 pg/ kg, FITSEPEMCH 10 pg/ke,

AFTERNERR - ZFUR EFER GOHEER VAP AR, G0 PG ARk, BUEPE AR, 25 9 78 Ak IR $7 78
MBI U AR H S PSR 5 pg/ kg, FITSEPEMCH 25 pg/ke,
0.2 #mE

AFFEFRERVEMR EER GOEFHER VAR PR G 75 bR OSSP AR 28R PE AR IR F7 74 AR L BT 3% ph
FRFTH S PR IR BE R 5 g/ kg~ 300 pg/ke, BT B PG AR N BE 9 25 pg/kg~300 pg/kg i 2 1
H70%~120%,
10.3 ®B=ZE

ZRT7 A PN AR S A v O 22 <15 %, Ta] AR R IR 22 <<15 %,
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WOR A
()

BEERLAYHNRLER. 2 FXMCAS S

11 P ERHRRGY NI /IR T30 CAS 5Lk A1,
A1l 1NHBEERAYHELZR. S FRAFCAS S

(At YL AR o F CAS &
(SN Amoxicillin Cis HioN; O; S 26787-78-0
£ YU N Ampicillin Ciy HiyN, O, S 69-53-4
HEEG Penicillin G CHi N, O, S 61-33-6
HEREV Penicillin V Cis Hi: N, O;S 87-08-1
PN LN Oxacillin CiyHiN; O; S 66-79-5
S P bR Cloxacillin Cio HisCIN; O5 S 61-72-3
XU PG A Dicloxacillin Cyy Hy; CLLN, O; S 3116-76-5
ZRR PUMR Nafcillin Cy Hsy N, O5 S 147-52-4
WR 37 P AR Piperacillin Cos Hyy N; O: S 61477-96-1
Faf 7% 5 A Azlocillin Cao Has N5 O S 37091-66-0
FH 4 D5 A Methicillin Ci; H,y N, NaO; S 7246-14-2
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H
W A1 Wi 37 301 Wi 3L 441
8.7ed B4 5.0e5 3.9¢5
8.0e4 3 3.5¢5
4.0e5 3.0e5
6.0e4 o .
Penicillin G 3.0e5t Ampicillin i‘gez Penicillin V
.Ve.
4.0ed 5005 Lses
2.0ed4 1.0e5 1.0e5
5.0e4 3.01
0.0 0.0 0.0 L
1.0 152025 3.0 3.5 4.0 45 50 55 6.0 1.01.52.02.53.03.54.04.55.05.56.06.5 1.0152.0253.0354.045505560
. t,min t,min t,min
LVALED 280 i 1 M 455
1.9¢5 4.0e5 3.0e5
L1.5e5 Amoxicillin 3.0e5 2.5e5
Methicillin 2.0e5 Oxacilli
1.0e5 Dxacillin
2.0e5 1.5¢5
1.52
5.0e4 1.0e5 4.04 1.0e5
5.0ed4
332 00
00 6752025303540455055 6.0 0005101520233.03.54.045505.36.065 "1.01.52.02.53.03.54.04.55.05.56.06.57.0
t,min t,min " t,min
M 7 i 13 M J
9.165 478 2265 471 6.05 381
8.065 2.0e5 5.0e5
6.0e5 1.5e5 4.0e5
- T Azlocillin
4.005 Nafeillin 1065 Cloxacillin 3.0e5
2.0e5
2.0e5 5.0e4 1065
0.0 0.0 0.0
1.01.52.02.53.03.54.04.55.05.56.06.57.0 1.01.52.02.53.03.54.04.55.05.56.06.57.0 1.01.52.02.53.03.54.04.55.05.56.06.57.0
£,min t,min t,min
ISEAEL 495 W "‘;gi? 4.18
4.0e5 o€
1.20e5 2.5¢6
1.00e5 3005 5 066
8.00e4 N
) - Piperacillin Penicillin G-d
6.00e4 Dicloxacillin 2.0e5 1.5e6 enicillin 7
4.0004 Lons 4.02 1.0e6
Ue.
2.00e4 5.0e5
0.00 0.0 0.0
1.01.52.02.53.03.54.04.55.05.56.06.57.0 1.01.52.02.53.03.54.04.55.05.56.06.57.0, 1.01.52.02.53.03.54.04.55.05.56.06.57.0
t,min L, min t,min
LI VALED 204 i [ 278 ] [ 476
9.1e5 4.0e5
e 8.0e5
6.0e5 . 3.0e5 6.05
Ampicillin—ds Amoxicillin—d, Nafeillin—d,
4.0e5 2.0e5 4.0e5
2.0e5 1.0e5 2.0e5
0.0, , 0.0 0.0 ‘ ‘ S
0 2 4 6 8 10 tmin 1.5 2.0 2.5 3.0 35 40 45 5.0 55 1.01.52.02.53.03.54.04.55.05.56.06.57.0

E B. 1

t,min

FERXUYESHAEARRBIESFREREE(5 ng/L)

t,min
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