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National food safety standard—
Screening of 127 kinds of drug residues in animal derived food
by liquid chromatography—high resolution mass spectrometry method
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BEmZeERRE
hYERmp 127 AV EBENKE
RBBIE-BHRRIEE

1 SEE

ARSCUERUE T S i b 127 2 1 5 B8 O 2 0% o e R JRORE (3 0 B BB AR I Ok
ACHFE N THE S S L EE CEYAE YR 127 Ry 5 B i A

2 HEHsI AxXH

B SO R P R e SO A R S TG AR S AN T A B 2k Fe L BB SRS
A2 B 1% LA BRAS 5 A SCPF s AN BRGS0 SCPF S e S5l A CRL 46 B A7 98 Bl 0 & T A
3t

GB/T 6682 70 Hr 52 5 = HIZK LK R0 7 ¥
3 RiEEEX

A SCAF B A 5 B E AR TR FE
4 R

RAEEPF EHRYHA 0.1 mol/L Mecllvaine-Na, EDTA 25 i Vi Fl 215 $2 B, S AL 50 A0 JC K B BR 4 2L 47
Ii5] A A BURE Ve A0 J5 3 VRO €833 - 5 43 T A ) o

5 A SHE

B o) A KL S T AT R B G At oK A G GB/T 6682 HLE I — 2K .
i
FEE(CH, OH) : o4l
M (CH,CND ;A 4l
F M (CHOOH) . (A4l ,
ZK(NH, « H,O) : i,
THEWHC,H 09,
PHE(C,Hs O)
B A — 4 (Na, HPO, « 12H,0),
RV 2R — 4 (Ci Hi N, O4Na, « 2H,0),
IR (Cs Hs O, « H,O),
10 FTKERER M (Na, SO,
11 S AEHT(NaCD
2 AR
2.1 5 EAL B K 5 mL. R EER REE 100 mL L IRAT L BIEE,
2.2 20% FEEVA O BUT B 20 mL, JH/KFRBEE 100 mL R4S EIAE
2.3 0.1 mol/L Mecllvaine-Na, EDTA 2% M4 W : BUBS R &0 —4M 44. 08 g & WG VU TR —4h 37. 2 g M
IR 8. 08 g, HIKIF i - i B2 1 000 mL,

O 00 N O O B W N —

1
1
1
1
1
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1
1
1
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5.2.4 0. 1% VW - H R 0.5 mL, IR BEZE 500 mL.IEAT, HIiE,
5.2.5 0. 1% H MR HEHEW B R 0. 5 mL, JH M B R 500 mL, B2, BI45,
5.2.6  0.03%Z /KEW B K 0. 15 mL, JHKFBEZE 500 mL,IRA], BI45,
5.2.7 0.03%E A ZNEEW - B K 0. 15 mL, 2 JER B 500 mL, R4, BI75,
5.3 FREM

16 28 127 Fh2i ¥ A5 DR WL R % A,
5.4 FREBEHE
5.4. 1 FRUESE W I 127 Bh 25 P05 o T A B O S T & A 8080 10 me) S B AR E . 7351 F 10 mL kg
AR AR S A e AL RG24 0T I RV R 3 e (I A O R R AR R E A A0 B L 43 ) T AR
WPEYI N 1 mg/mL %25 W) AR HEGE 590, — 18 “C LA T BEE W R A7 AR 6 A~ H . Hidb, KIF AR
KAYRAEIN A 3 D il IR 2K 259 L 3- N Bk e 2 245 W B R B
5.4.2 WA RW S BE A1 258 a0 200, 88 BUREAS 2000 rp 4 38 245 W 1 AR oE % A VR 100 pL
T 10 mL A7 2 B JF T HY B B 22 20 B2 23 I TE Ok BE R 10 g/ mL BRSS9 5 T 1S A R K
W T TE 2 PR B 2 TR IS | B TR IS L MR RR IS | PAVERL S RS IS L KR IR S LT A B2k
BN H-2E IR H 2 R 2RI HA S 3 16 RIS AnuEh I . BEHTILIC .
5.4.3 RARUE TAEWR - 43 00 HE B0 RS OGS & TR A Am v v T80, FH 20 06 FR T3 VA 6 A 2R 9 s 1 T AR VR
T, BB
5.5 ##
5.5.1 HyperSep Retain PEP FEIAHZE ALY 1500 mg/6 mL, Rt ZFL R E 20 DVB, 8 S % .
5.5.2 HHMILIE R IENE 0. 22 pm,
5.5.3 B.0% 50 mL,

o

I EEFiL &
VRUAH 8,335 55 43 FE G < TiC EST
A3 HT KR 0..000 01 g,
O3 R 0. 01 g,
HAL KA.
W HETR & %% : 200 ¥ /min~3 000 {X/min,
HENR % % : 500 r/min~3 000 r/min,
BOHLFEE AT I8 7 000 r/min,
[E5] R 2 e
AIRAL

©W 0 N o Ol W N —

~

HENHESRET

7.1 RS &
YO 5 S R VR ) 25 A B B S R R I
WP 5k S AR R ) S A B R A RS AT
BRI 2 e v Y = XS 3R, R R IR A2
a) BB B IR i L AR D8 AR 5
by B RS 1S R A AR D 2 R

1 ARSI HyperSep Retain PEP A BRI A T 3 HE 275, 9F A9 S ik H 89 SR AR i (1 3 22 iR TN T a8 5 1
IE A A B
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o) B FUG BY2s RS L IR INGE B RS o AR 1R 25 IR IR
7.2 RENRE
—18 CUL FRAE,

8 MESR

8.1 #EE
8.1.1 MA.8%

FREGAE(540.05) g T 50 mL B0 H . IMA 3.0 mL 0. 1 mol/L Mcllvaine-Na, EDTA 25 i %5 ¥
PAHE 10 s, A 10. 0 mL S, B IR 21 /5 . ¥ 3% 10 min,4 000 r/min #.0 5 min, 5% FWEW T 75 —
50 mLES.OA L 5% AT 3.0 mL 0. 1 mol/L Mecllvaine-Na, EDTA 2% miE W M 10. 0 mL N5 E BRI, &
JE2 W EWEWR . FIEWIMA 6 g ToAKBRR AN 1.5 g @ALEH, B HE 30 s, ### 10 min 5 7 000 r/min &0
5 min, Wi FER(CIEE &H.

8.1.2 BB X4

FREGRKH(540.05) g F 50 mL B0 H A 20. 0 mL 20 . i8R 215 - 9% 10 min,7 000 r/min %
O 5 min, # A FWW T 75— 50 mL .08 . RIEWINA 4 g TKBLERRENFT 1 g SALEN, iR iE 30 s, M
10 min J& 7 000 r/min .0 5 min, W FJZW () % .

8.2 &

HyperSep Retain PEP [EAHZE BRI H 4 mL B EEA 4 mL K36 AL 5 L B 2 mL & FH W0 2k 7
ML i . PR IBOE A FH VRGE o /A OB IR O ME R A I 4 mL T 40 C R AR T, A
200 pLH S B HETRS) 10 s, BN 800 pLL Zi/K IS THETR AT 30 s A 2 min J5 . ad 0. 22 pm JE B FLUE
JEE, AL AE .

8.3 ME
8.3.1 BiEsEL£HG

a)  EH . Cp i K 150 mm, 42 3. 0 mm, kifE 1. 8 pm, BCPEREAR 2 5

b) k30 °C;

o) HEFEE .10 pl;

d)  JW#:0.3 mL/min;

e)  VLANAH: A HIEB TR 0. 126 R /K, 11 8 7K 0. 03% 2K B HIEE FHEX 0. 1R N,

T 1 0. 03 %0 2K CNE 5 1 85 1R R0 BE DR RR 7 DL 3R 1. 1 B8 X0 B e AR ) L3R 2.,
F1 EBFEARNBEHEEHERERF

i 6], min A% B, %
0 95 5
1.0 95 5
15 5 95
17 ) 95
17. 1 95 5
22.0 95 )
k2 GBEFEARINEHELRHERS
i [6] , min A% B. %
0 95 5
8 5 95
10 ) 95
10. 1 95 5
13 95 )
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2 RIESEEH

a) BRI (ESTT A EST )

by HHE AR A Sk R AR
O BANEH 3.2 kV(ESIT).2.8 kV(ESI );
D BRI 325 C

e)  FALAIAE 350 C;

0 ¥SJE:13.3 L/min;

g) HHBh K 3.3 L/min;

h)  —Z o HER .70 0005

D TR 17 5005

P GGG R R A : 100 ms;

k) TYTESE B AT A] .60 ms;

D HEEEEEE: 80 m/z~1 000 m/z;

m) Wi REE .20 eV .40 eV .60 eV,

S PRISEIEENGE

SR 2 A A5 2 B AR R R RS AR A R R S T A R R R R R IR L 127 Fh 2y

W S5 3 03 B 2 O I SR AL

8.5

8.6

9

HE

TE 5 ppm J5T 5 B 0 [ N H#EF TR R .

a)  HWES WA S/N>3:2 S/N RIFLER LB A E A 5 A # LS A BE#E N — M55

b)  HERY IR B i 1H] 5 BTG e o i R B8 I 1R] 24000 25<20. 2 min 3% £2. 5% LN CR#EL 0.5 min)

o AR5 AP B A L v DADC S — SRR A — A R B T H— R R
SR G 25 <75 ppm., R RS T E RS BE AR 25 <<10 ppm.,

[Fi) B0 A2 D 3 30 2% A o U0 SH A Ay B L FH M R A

T < BT P O B A T 5 O A o AN o AT R OE

=RIXE
Wezs FURE L BRASINZ5 W A1, R 1 58 A A TR) B B3R A 20 SR E AT P AT 484
WM E R E

ASCPE R 127 Fh 254y A0 H BRI SR AL
127 Bl 25 WIHR e W (10 pg/ 1) — 285 1~ F B (335 1 A — 4 Jo 33 ] DL 3% B
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