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Determination of oxytetracycline.tetracycline.chlortetracycline,
doxycycline residues in milk and milk powder—
HPLC-UV method
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SMFMMPLTEE UK . €5 %.
BENEZREBE=NNE
% HH B8 15 - 25 M R i K

1 SEE

AHEME FTF i Mmes T L E R AR, S&5 Km0 % K 5% W B0 Q555 70k il g
ik .

AR i aE T A ks vh L R DU B R A AR IR R AR B pg e

At HER A R AR LR VUM RN S pg/ kg TR B NERN 10 pg/kg. Uik -
U RN 25 pg/'keg . EHER M AEFEREN 50 ng/kg,

2 FETES| A

B SO P Y AR 0 S A B e ) G LR RO A bR E iy SRR, ML TE H B m g SoF . ok J Br A
(18 41 g B AN A 955 5 152 1) P 25 BB 0T R E AN 38 T 1 AS s o o S8 T & S5 Jly AR 408 A= b o 18 1 B0 150 10 4% i 0 9%
o5 A il X B e PR e AR AR . LR AN TE B WA 5| SO . e MR AR 3E T A b

GB/T 6379.1 g S5 R 0MEME QEME S5 E) 5 1357, 'ﬁﬂﬂ'ﬁﬁb{,{bB;’T 6370, 1—
2004,1S0 5725-1:1994,1DT)

GB/T 6379.2 M HE S8 RMEREGEWMESKE®EE) B2 8o . WMaeEfrENE R ER
P 5 L EME 1 BE A 7 (GB/ T 6379, 2—2004,180 5725-2:1994,1IDT)

GB/T 6682  4pHr 32 56 %5 F KBRS AL SE 75 2 (GB/T 6682—2008,1S0 3696:1987, MOD)

[

3 RIE

H 0.1 mol/L. Na, EDTA-Mellvaine g i iz il 2 BUUEE P PO £ 3T 4R = 58 B . Oasis HLB 88 24
) [ AH A< HIOHE 102 i Y PR 25 28 e tE v AL 3 AH 2 A 5 L AM bR e i

4 A0

5% 55 A7 U B A B 0] 22 Sl A fir i L oK Ol GB/T 6682 #I5E B — 2K .
4.1 HfE, ik al

4.2 LN al

4.3 WA N (Na, HPO, « 12H.0),

4.4 FrigEfRE(CoH, O, « HoO),

4.5 £ WM 4 (Na, EDTA « 2H,O) .
4.6

4.7

4.8

4

g (C,H, O, « 2H,0)
0.2 mol/L Wil J 4N I PRHEL 71, 63 g BERR S 81 (4. 3) , FUKIEME . EH 2 1 000 mL,
. 0.1 mol/L frE e E T FREL 21, 04 g PR (4. ) HKIBEM €A 2 1 000 mL,
.9 Mecllvaine Z& & B 625 mL 0.2 mol/L 8l & —8NiE (4. 7) 5 1 000 mL 0. 1 mol/L friE
4, 8) IR A B i ] NaOH 8 HCLE pH=4.0+0, 05,
4,10 0.1 mol/L. Na. EDTA-Mcllvaine 2 phig i . FrHL 60, 50 g £ — Fi )
Mellvaine 2% ipig il (4, 9P L #3550 .

F

i N4 S AL 1 625 mL
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4,11 0.01 mol/L FEFRVEW - FRUX 1. 26 g BERR (4, 6) , FI/KIEMF JEA E 1 000 mL,

4,12 WEE- K (1+19) ;5B mL BIECL, 1) 5 95 mL K 2) .

4,13 0.01 mol/L BE-Z M HE M (1+1) B H 50 mL BERERK (4. 115 50 mL 2§ (4. 2)iR 4],

4. 14 1 5 &= (oxytetracycline, CAS:2058-46-0) .43 2 (tetracycline, CAS:64-75-5) . 4 % % (chlortet-
racycline, CAS:64-72-2) .98 1145 & (doxveyeline, CAS: 24390-14-) bpifEd i . A JE X T2 T 96 %,
4.15 0.1 mg/mL T FE WU E BT R R R bR E 05 75 00 M0 PR BOS &1 %R AR R,
TERR VIR ABERAED R 1D, 0 P EEEC AL 0. 1 mg/mL Wy FriEft i, il T —20 C
TR AT

4.16 tER. UK. eER. O IERESHELER RS 2R SR IR R &%
0 ) B AR R 5 W (AL 15D i B BT o T JEE R S b o AT VR A T KRR b L S B

4.17 Oasis HLB B AHAE B s A 24 #: 500 mg.6 mL. ff HET4r 3 H 5 mL B EF 10 mL 7K 4k
B R4 AT

4.18 FRFRRIPHE 728 etk .500 mg.6 mL, {ff FET A 5 mL HF B AR P, (3 bk (AR 0

5 =7

L R E RN LY S Y Rl Fr

2 HrMT R 0.1 mg.0.01 g,

3 imiEdRE A,

4 VR URECHL R E T 5 000 r/min,
.5 BIFHARUEE

6

7

8

9

AT
pH 1 - il & 45 B 0. 02,
0 FESVE 10 mL RS RE 4 0.1 mlL,

R H &SR

O RERSE

WA= Mook A TG L BCE S EEA S
6.2 RXEFERTE
FET 0 C~4 CukFa o /A7 . Uik 5 i 6 R A7 .

7 WE TR

oo oo oo o

o

o

7.1 1RE

A FERREL 10 gCRERR 3] 0,01 @ 5T 50 mL HIEWR E.OE T, UF bR 2 g O # 3
0.01 g). & T 50 mL HIEW R .0, milEEdr A 20 mL 0.1 mol/L. Na, EDTA-Mecllvaine Z& i
4 10) TR ESR 28 FIRA 2 min, T 10 'CL5 000 r/min B0 10 min. FiFiREE S — 8085
L SRE PRI 20 mL 22 opi i, B SR B 5T LI
7.2 FH

W FIE (7. Dt A PRI Oasis HLB #E (4 17) . % ik se £ S 5 mL BEE-/K (4. 12)
ks FE AR i . WA T 5 min, d5 5 A S mL BEEECA D PR PRV R T 10 mL &S .

1) Oasis HLB [ ZEHCH 2 Waters 23w 7 5 B9 58 5 23 35 &0 0 X — (5 B2 08 1 07 (8 A 45 09 4 i # 4 OF AN 2 36
A i A AT S A i A A [ 9 28R L U e R G e S

[
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b ST 4 1% ok 56 TR A PR TR TR PH B A b (4L 18) L FF PRI M AT IS 5 mL HEE (4L D e kE
Al 4 mL 0,01 mol/ L - N (4. 13D PEAR . WCAEDERR W T 10 mL @8 .45 CHA
WZE 1.5 mL A s EZRZ 2 mL, fE A 55 - 58 SR 25 00
7.3 ME &

7.3.1 BHEHBESEZEH

WAE i 2 F T

a) A%t : Kromasil 100-5C ,5pm, 150 mm X4, 6 mm N 4% 8 2 &

bh) s :0.01 mol/L g iE -2 M- EE(7T7+18+5);

c) i .1.0 mL/min;

d)  FEIR .40 C;

e)  KEi g K 2350 nm;

f)  ERESE 60 Ll
7.3.2 WHEBENE

PR A bR AR (4. 16) 49 Bl R4, DA BE A i Ae b o 0 T B R 90 A s 22 ofil s o 0 il 28, H
ME A 2R 6 R AT e RE IR IO R R RV DURE TR R R A0 e o (Y N A (SRR I 5E 1Y)
AMEEEAN. £ EAAEETTT 252 UHE . 552 2 NEEZMNS S EHENE 45524 3,09 min,
3.73 min.8. 27 min f1 12. 53 min. T & FE VUMK .S58 98 5 Ebn Y 50oM @0 = 2 00 A
FRYIE AL T,

7.4 EITIRIE

$i LA 2B 5RO} ] — R VE AT A7k e ) i
7.5 Z=ARE

B AN BRI RE Ab 4 DL | 2D B8 (] i 5 s 1S
7.6 B ERLE

o] BH P SR A S I s FE I I Y4t DA D SRR e fT v SRR R s i ay AT L TR e BE B [
WAy [ 2 LI o B iy B 1,

8 HBRITE

iz I 4 & B k) E =0T

=

X — i e vl i 2H 43 5% 85 5 s o e B T 0 (g k)

, ik AR 2R 15 30 0 400 20 40 3 0 B 5 B D Y ve BE 2 T (ng/mL)

Vo FE R AR B A A2 FH (mL)

m FF b 78 1 AT Q2 aURE 19 B i R R e ()

TR N B A
9 HBEHE
9.1 —MME

A Fs o 1 0 5 BE RO 24 B8 GB/T 6379. 1 1 GB/T 6379. 2 430 5 #i & 9 . 8 & Pk 1B 94 1
{EL LA 95 o Ryl {5 BE R 5
9.2 EEMH

{E 8 2P AR WU S R g A A 22 A B wEEEE AR L EE,
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PUFRE A R R

NEEMHFRELE 1 fE?2,

®1 PO REEREEFINRECEREEHMBHRESRE o or Ok e 4 T 5
e 2 B 7% hn e B2 [ A PR B P R
1 &H=E 5-~50 lg r=0, 881 lg m—0, 8§12 lg R=0.899 lg m—0, 574
'] ¥ = 5~510 lg r=1.06 lg m—1. 00 lg R=1.00 lg m—0.612
TR E 10~100 lg r=1.08 lg m—1.15 lg R=0.819 lg m—0, 430
9k 1 B 10~100 lg r=0. 963 lg m—0. 903 lg R=0.838 lg m—0. 4165
TE o TR RN GE A R A B
x®2 PHMPHURFZERERTINRECELAEEEMNBHNERE L R e T 8
15 99 44 Fr s e 1 HLE PERR IR R
+ & #= 25~250 lg r=0,872 lg m—0, 791 lg R=0, 834 lg m—0, 500
USEZF 25~250 lg r=0, 996 lg m— 1, 07 lg R=0.877 lg m—0, 542
R 50~500 lg r=20,997 lg m—1.12 lg R=1.12 lg m—1, 04
W E 50~500 lg r=0.817 lg m—0, 738 lg R=0. 860 lg m—0, 464

e om SR UCINE &5 R A .

M ZEEE T

9.3 BlMH
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ATEFLER,

FZ B.1 A

M X B
(55 2L B %)
1

T ERX MR EEXZ BABERFMRERAEEKRESCE

NUBR R 4T IR B TV I JEE R i R o P i, AL 2

B. 1.

15

s

L5 49 2 R

s I e B (pg/ kg)

EI s o P

ds e BE /(g ke)

il I/

5 71, 3~R87.6 25 71.9~498. 7
| 10 81, 2~904. 6 50 TG, 5~90,0
+HE
25 77, 0~098, 4 125 80, 5~095, 1
B 20, 1~~03, 8 250 81, 4~99, 2
5 63. 7T~74.3 25 71.9~84, 8
1) 71.3~84.6 RO 70, 3~89.5
IEZN -
25 70, 2~80.3 125 80, 2~03. 6
50 70, 0~86. 3 250 8l. 8~02. 0
10 71.7~85.7 50 71.5~84. 3
_ 20 70, 6—~88, 3 100 81. 4~90, 8
T E
50 72.5~89.9 250 80, 5~92.9
100 80, 3~90.9 sLiLE 82, 8~90,7
10 71.1—~85.7 50 72.6~93.6
20 70,.8~90.5 100 80, 2~89, 1
0, f) B &
S0 74.0~88.5 250 82.8~1094.5
1) B2, 1—~94, 8 o) 8l, 4~90, 7

6




