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Determination of Tetracycline Antibiotics in Milk
by High Performance Capillary Electrophoresis
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BE . FABEMER-EATRKEGPE-HPCE) AN M4 PP NAR AEX LEXHEERNSE. U
80mmol « L' G 5528 wh ¥ S 3 2k /v R, B 47 B K 25KV, FE 3 3 B Sss kbR 25 M B 200nm, 8%
B LR ARAERE 15 min HBEXL0H BB (ug - ml™)491% 0.5,1.5,1.0,0. 5, BT R 4
% 100. 7% (RSD =1.3%),101. 7% (RSD =0.6%),100. 8% (RSD =1.5%),101. 1% ( RSD =0.7%).
BAREE. R, REEE SATHNFENAELNLERBEENEN,

X|R.FHHUEAERNKE BHAXHR WOXE 4§

FEZESHES.0657.8  XRARIRB.A  XFHS:1002-7378(2010)03-0309-03

Abstract: A solid phases extraction-high performance capillary electrophoresis method was
established for the assay of four tetracycline antibiotics in milk. The run buffer was boric solution
(80mmol ¢+ L™!). The running voltage was 25kV and the detective wavelength was 200nm. Four
samples were completely separated in 15 minutes. The detection limit (ug * ml™') of the four
compounds were 0.5,1.5,1.0,0. 5, respectively. The average recoveries were 100. 7% ( RSD =
1.3%), 101. 7% (RSD = 0.6%), 100.8% (RSD = 1.5%), 10L.1%(RSD = 0.7%),
respectively. The method is simple,accurate, sensitive and can be applied to determine the tetracy
cline antibiotics in milk.
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WAEEMAERCQELNAR AEX LBEM BHEGTHE.
SEREEENBEAIGTE & KR8 524 RE 1 SRR
HfR s E & A KRR R IR T R T A R
k. dREANFRERAERRTRELMES 11 NBESHAH

FRBF=HERXFAERE THPOHIA. &,
L BEBR R SE T E S B Y R e AR
HTHFIABRRRBREE, AUAEERIET
ABRREF=HERNBREE, XEH RBEF T
REHAR. B4 HPOTREREZRIH
FEBRES, CREM T EEREDEN, BRRK
ML WM A8 B R AR AE M
B (solid phase extraction,SPE) i {b & 5, B EHE
BKEMAPP R E ABER . TER.¢ELE
7% B %9 : 2010-05-20
EE®M R Q86 K HMEHKE . EENBLEYATHE

B5.
* TR ARPHEE ST E (EH G (0832109 J% 8.

E 41 % B 3 (L (P/ACE MDQ,Beckman), %
BEREF RN (DAD), k& B A % E 4 EH (50cm X
50um) (i. d) (% F BECKMAN A R £ ), B K
B 40cm, SEFLIEME (L B WL B AT,
KQ-800 DB A HkH (BT EENEARAR
A7), XW-80A JiE iR IR & 2%, Mikro 22R & # ¥% 7K
2.0 #H1,B5300S B F X ¥, Millipore A10 #8 4 7k %
BCEEFEEAE™) KL 512] kX (b 5k
BEARFIEAREM.

St B8 & - DU A E AT B G LS . 30488-200403, 4,
E ARG S.130555-200602, 5 % F xf B Gt
5 :130489-200202, 1 B E 3 B & #it 5. 130487-
200302, ¥ H P EHMEDH L EH R,



310

IEREBEEM 2010588 $26% FH3IW

1.2 BRMNHEREXEY

1.2.1 HAEERORL
SHBURE AEX SBE IBEERH

FRRE, KR, BB E (mg » mI™) 251K

0.0227.0.0199.0.0222.0. 0227 B M B K EY

4 0.08mg « mlT'WIR A X BB

122 BEAKERORE

BB 28, ERE, BT 30ml HLESH,
fim A 10ml & EDTA #) Mcllvain 2 v ik, JEIRIE S
1min, & 7 5min, L} 6000r/min 7 25 CHf & 4 10
min, Bl LW 5ml A C AR B KARBE B
% 3ml {EL ) C,SPE /M, RS KA K 3ml #1
3ml 20% (V/V) W B KB BB, A=K TEHP
B v Sml B WCSR VR ME 40C I N, )T,
1ml K R # .

1.2.3 &% 4@ f Mcllvain A& e9 i £

HFREBWY T soml RAEP,.HREEN
80mmol « L™ A 5> 28 wh il , 175 pH {E K 9. 0,

FRE—KFP B8 12. 9g, B B — 4 27. 46g. 4K
WM 37. 28, EWMFRKEAT ILGApPHEE
4.0), B 3 Mcllvain 2% mh# . '
1.2.4 skiH

|XRFHEH 0. 1mol « L' BB op
¥ 2min, K 8 2min, iE47 % P B 2min; B K
HHZEA 0. 1mol « LTE AW, KRBTSR
& pPEE 2min, BATHEN 25kV, B ik #E ¥ 5s;
HE 25C;RMEK 200nm, HRBBERBRN
80mmol « L Wi E bk, HAGTHURELRHA
REHEERECELE L URE, EEE, 28
£, 1 BEXRAMNBEIELE 2, NE 2T LIEL,4
Fr¥ G4 B 7E 11. 33min, 12. 64min,13. 59min Fl
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F2 4MERELREEXBOHE
2 HRESW
2.1 BHXE

BEHFHNRAYBLIFENREEE
(pg » mI™) 4} 51 % 80.60.40,20,10.8 H9IE & ¥ B
WA SRR E, UEE R « SR E v
KERH, AL AEX.2EX LBERNA&HN
HAFBRANTEERE L. AR 1ATUEHKREN
WHHERERTREXR. '
£1 4HARKMAERNBEREHE

a5 Jal 5 75 B - (i{*fl?ﬁ)
WEHR  y=0.0002x +0.3251 0. 9998 11.2~89.6
HMEE y=0.0002z —1.1248 0. 9996 10.1~80.8
£®R  y=0.0001x —0.286 0. 9993 11.1~88.8
+B#H  y=0.0001x +0.7464 0. 9994 11.2~89.6
2.2 YR

B 1.2.1 BUF RIR A A B8 A 0 T AR B R
(pg * mlI™) 23914 60.40,20,10,8.4,2.1 1B &3t B
B 2.4 THERGEHE BRAEENR
HRRK O0.5ug »ml ', WA ZEMBEERHA 1. 5pg «
ml™ S BEENRERY lpg ml ™, L EEHNBH
BR% 0. 5pg e ml7?,
2.3 RBEE

121 TFHRESXNBABER % 1.2.4
THEKRGESEEE 6 K. BAAEL . LIHEK.
SBEA TEXGEBNEYED R 142897,
103992, 145381, 163281; RSD 4 8 X 1.7%,
2.1%,1.2%,2. 0%, RHANFHEEERL.
2.4 EEH

BL2 1P A RBE R ETEYTHE 6
HERGEER, BRI ER LS 1. 2.4 Tid
KAGHTHE EEX ORE.SEL. TEEN
RSD 53514 1.8%,1.0%,2.2%,2.0% , X F Hi%
FEEEHY.
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2.5 mEEWE
HEREPMBRS T 3oml WE.LES, B
W 2e, A BIMABE 1. 2.1 M F R G FHIBESY
B 1ml.1ml,1. 5ml.1. 5ml,2ml.2ml F 30ml ¥ &
ODEP,HREEMA L 2.3 FRERBRENR . E
LERBESERR 1oml, FEKRIES 1min, B
Smin, X 6000r 7€ 25 C Bf #.L> 10min, k¥ ¥ 5ml
BACHPRE KMERZDB L 3ml HHH
CieSPE/ME, RS R A K 3ml 1 3ml 20%(V/V)
B WK 7 VR O, BL S WK R BB B R Sl BRI
WEEB KT 40CH N, KT, 4 51 Iml K5 W
VIR AR ANRE ESORE & L 3% 1. 2. 4 TR Tk ARG AT T
EHRRE 2.
22 RREKETRLER
[l B (Y%, n=3)

Rk
HKE  RRE 4 0 1 >
mrx 2% S0 oD G35
wex %L J%E 0 JUE G5
sgx 1T, I, JSL JO5
B T T PO SN P

2.6 HREEARE

RIS 2.0, HERE K 1. 1.2BF 4
SR RO A MR B WE S R
W% 3.
£3 RIIBAELER

A (mg kg»
#e
ER B 3 EBR +ER
80606 8.6 3.5 3.3 7.5
M562 64 5.8 6.7 6-1
M501 7.3 6.4 5.8 4.6
2.7 BIKFHHMRKL
2.7-1 2 MR L X 4 25 B R T

7 # 10mmol « L7', 20mmol - L', 30
mmol * L™!, 40mmol + L', 50mmol ¢« L™', 60mmol
e L7}, 70mmol » L™, 80mmol « L™ § # 1€ K 25 nk
BRMNEAEEWBRES MR, WAL . EE.
ITERZHNSEEHH TR, AL B H
WA ¥ % 70mmoL « L™ 1 80 mmoL - L' P4
H$7E 15min P i W, 0 B AR 5T, 16D 2 W0 0 R
J 80mmoL « L' R IF &R 4F, BT UL & £
80mmoL « L' 8 R4 0 25 i K .

2.7.2 &N pHUESN Y B4 Yh
X} 80mmoL « L™ B E Fl 40X H A WHA R

pH {5 %1% 9,10,11,12,13, 4 L X BB % pH
MR, USRS BERK, AfEpHEN 12 £
FRUAES S BEEZCEREATEAS, @
W KA pH A 9 EA T ERRBK.
2.7.3 AN S EGHHA

FEEMERKD, BEMNFHMBIHBRER
AR s MY EERZSEEEN
Ew., 23R ESR 10kV,.15kV, 20kV, 25kV,
30kV B By WA B , 45 SR K BLTE 25k V B i I A i
Bt EA,
2.7.4 BEXNZHGYH

EREN15C.20C.25C.30 CHl 35CHf, &
HAHERENES, N0 KN TBNESEE. &
BGEXEBEE2SCHNIBRIER.
2.8 BHRENEFGNREL
2.8.1 EAMZERU/MEMEFE

EAERNEEEEEm S eE, F AN
R A RATTUR, EA SR A B F A S R X H
Cis/NH:Fl strata-x-c /PiE, & B Cya/NEXTHRE &L B 1R
Mt S BES R TR, MR EFEMHC,
INEE,
2.8.2 #HuidBEPKAFE

4+ 31 A 3ml,3ml, 2ml K YEE EFHERY Cu/p
L HER b 3B EE L 7E 1. 2. 4 IR RHTF
R, 7 0 o B, 45 SR R 6ml /K RIAT AT LA AT EE
WP OKRE RN RERET R,
2.8.3 #HmkidEFd 20%(V/VI)FHEKARE

4y 3 F§ 3ml, 3ml, 2ml 20% (V/V) B ¥ K P ¥t
BLdHm Co/hi, ELE 3BMKERE
1.2. A BRIk MF TR e e AR, Z5 R £ W, 6ml
Yy 20% (V/V) H B/K W &7 BT DLIR#E &b 2096 (V/
V) B BUK BB R A A R GE T 1
2.8.4 HMABTRAMMNGRELERE

5] B b 42 BF Wk A A0 10mmol « L i 2 g B
BE vk BB, % P AT 10mmol - L' i 25 g B9 B2 3k B4 it
BBV RERAKWKTE A W AT W8 a6 0T b
ELRERL A Iml KBRS E1. 2.4 Bk E
BHFHEABRERE BRELLET, £E
10mmol « L™ B B F A R0 1 2o 588 , T [0 4 3K BN
B BB B S T R BUE BT LA BE$ ik 1 A
oLl

(F# % 313 1)
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xt 1ml B FR 40 7 W AE X B A AL TR B
2.2 SEBRRARNKW

B 1. Oml 57 B 4 % ¥, % A 5ml, 10ml, 15ml,
20ml ERBFBRIELB BB EBRM, L RE 15~
20ml HEBERP - BANKERE. BREBEBPE
YR ER, R R T BN HRE.
2.3 BMEMENYIE

MAETRBERSG B KE R IE LY TIREN
Zo** H MR, SCRAE B A 10min # 1k 6], 8
Wb Zn RERTHRES. RNEBRBRYS RS
Ha ANEILE BRB . AN EERER
Wb AGE BB VB B9 M LR A R A 1 A8
.
2.4 FTHEFHHBR

FUR B E B EE, Mn?t, Cu® \Ni?* . Co™ F i

WME, AR PRREE B FERS R Mn™,
SO{™ . NHy ., LA & 4 & Ni?*.Co**, Cu?*, £ & &
Niz+ ‘Co”ﬂ' 2l 7]!] A ﬁ =z @ ‘fﬁ Fg/%[s]° Cu?t jt:}:
Zo®* 10 B, A R FHBP A BT LA S AT EE.
W% 3 R P KR Mo R AU K B R TTE Y
HEBR .
2.5 HEHE

B Zn ARHEZE M Opg. 25pg.501g . 100pg . 250ug
500p:g.1000pg FRARHER ML MBRIE . G REESH
MERERER.

2.6 #aMARE

BABHERRSH 1 M2, K EE 3 HHf#
SRR ECE R A R R 1 BR
Rl REMFEKXRLER

o ~
A
1* 5. 46 25 29. 39 96. 49
1* 5. 46 50 54. 75 98.72
1# 5.46 100 100. 62 95. 41
2% 158. 26 100 250. 08 96. 83
2% 158. 26 150 317.50 103. 00

2® 158.26 200 346.15 96. 62

F 1 HERRBREC RS BAS T mARAE
BRI LR A R RE 9526~103%.

3 HXRE

AEHHEE I EERE B R — 1. 42V
AL45 B) BL4F 1938 SR I L 7E 0. 5~300pg T 2K
KFR. R EREE Nt Co® #E18 B H . Mn®* F
WABATEAHER . AR T REFREE S RUEE
F IR ERAER X — gl R R T 006K %
W Zn B (R A LY FOBR 2%, RE B SUREZG 9 1 REL,
BRERE.2F RE. B THEMEANES
Y

(FEHRE - PRE)

(LBZ 311 )

EHETRBEAMNMEE, 23 A 3ml,5ml,
8ml M) B WA VA R BE A, R I 2 3 # A Sml B9 B BRI
A B 90 47 BT LASE B 5 58 2 VAR F R, BT LA S B L
F &% 5ml,

3 &XRiF

Pl 80mmol « L~"§ &5 2% Wil R e 3K A R, R B
B A8 2 BU-F 40 % B 3K B (SPE-HPCE) [] i ] 2 4
VPR R RER LEXNSEENESR., &)
R, R, AEER HEMPHREENSEN
BERSAWMEB ALERATEHPNRELTE
EREEHKD .,
t =548
(1] e ARKMEBEZFEHEOHIRERRE. SN 0179-92
HORSFHREERERRERR I E[S] LR
o E A B AR AE . 1996,

[2] X% . AFH.2F% HPLC M E 4 PP RE YK
EERIBESRI). PEIABR &E,2007,17
(10):1782-1783.

(3] EEF WER,KER. % BRAMOEANUES
HPIBMENFE.2BEX BIMERGNAR
(0], 3 #r ik 2 42 , 2005, 24(4) :61-63.

(4] skapse, x4, /18R %. FPPUFRLEYR
BBl - B A% b E S K ¥R, 2008,
25(6):91-93.

[5] ZM.BReEy. 48, % BHER-BXBHGHEER
H#MEFPFHERURERBI] | HF%,2005,
26(3):202-204.

[6] BER . BEK .G BREHERRKETELER
EHEMXyEMFEHED] PEHAEREE, 2001,
26(3):184-186.

(REHmE.F @)



