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mol/ L NHH,PO4 B RAR B, IET. JE ik, & Cis & ABEE B A4 JEM HPLC 247 &l — AR B 2T Ao
MEE, WK 245 nm; ©3EAEH ODS 3 CrghE(4 6 mmx 250 mm, 5 Pm); 30 # 4 7 fE- 7}<(37 562 5 V/
V) %SERTEZE M ATESEEMEEE O 1~ 2.0 Uy mL xR FEHLHE 3 F Angh ik & 24T Bk
P, B EE 72% ~ 85%, K 7+ R HAE 10%UL N KA MR A 10 ng/ g
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(Virginiamycin, VGM)
,  VGM-M(Mi, M2)
VGM-S(S1~ Ss) , VGM-M; VGM-S,
VGM-M; VGM-S,
, VGM  M; S
) 31,
1999
VGM
[1] ,
VGM,
2002
235 , VGM
100 Mg/ kg, 300 Mg/ kg, 400 Mg/ kg
VGM
( )
- VGM,
VGM
VGM-M i s
VGM VGM-M,
(2~ 4]

( BE2002349)
( 1965 ~ ) ’ ’ ’ B

WX&&*E@@?,QE-}:}EIE-&% 5%55 %éﬂx/\

VGM-
M1
1
L1 &EEHFRE , Agilent
11008, Agilent R
(G1315B, DAD) ; ,
Biofuge stratos, H eraeus ;

,GF 1, ; , NEVEP
112, Organomation Associates ; s
R-200, Ruch ; AccuBOND II ODS Cis

(SPE) ,500 mg/6 mL, Agilent
L2 A5 EE VCM-M, , SIGMA

: 295% ; :
1.2.1 0.2 mol/ L B8 — R4 5 ik 23 ¢
, 1 000 mL,
1.2.2  40% ¥ B % & 400 mL 600
ml
1.2.3 80% ¥ B3 ik 800 mL 200
mL

1.3 VGM-M, #F & &
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1.3.1 fif &k 5.0 mg VGM-M, ,
100 Hg/ mL ,4 C

1.3.2 IHik ,

10. 0 g/ mL
1.3.3  &#lng X R vk TE R
, 0.10 0. 25 0.50

1.0 2.0 Hg/mL

1.4 &% &0 ;

ODS 3 Ci3(250 mm X% 4. 6 mm, 5 Pm);

; 245 nm; -
(37.52.5,V/V); 1. 0 mL/ min; 20 UL
1.5 A7 vk i &

3,
1.6 SPE A 4 fit i 5 0. 50 mL ,
20% 50 mL, 2.5
ml.  CigSPE  ( 5 mL 5 mL
), 5 mL 30%~ 90%
, 1.4 VGM-M;
1.7 e A L FE 2.5¢
, 50 mL 15 mL ,
30 s, , 10
mL 0. 2 mol/ L. NH4H2PO4 ,
10 min(5 000 r/ min) 125 mL
, 20 mL 50
ml, ,45 C 2 mL
, 4 mL 40% , CisSPE
( 1.6 ), 5 mL40%
, 5 mL 80% 45 C
, 250~ 500 HL
,0.45 Um s
1.8 AHFARFEITH ,
VGM-M1 ,
VGM-M; :X=CV/M
X — VGM-M; (ng/g);
C— VGM-M; (ng/ ML) ;
M— (8);
V— (ML)
1.9 [EeE &7 R24(RSD) <
2.50 g,
, VGM-M1 20~ 320 ng/ g, 3

4 . 1.5

4
, 3
2.0 KA MR B M E 2.50 g,
R VGM-M 1
:5 10 20 ng/ g, 3 , L
5 ,
3
VGM-M1
2
2.1 MEHE  VCM-M, 0.1~ 2.0
Ug/ mL, y= 22.9272 x + 0.064
3,r= 0.999 6 1 VGM-M,
2
( 10 20
WBE/ (ngen L)
1 VGM-M;
2.2 SPE # %&fit Cis
VGM-M;
( 1)
40%, 40% ,  80%
1 C sSPE VGM-M,
! % /Hg /Bg ! %
30 2.5 0 0
40 2.5 0 0
45 2.5 0 0
50 2.5 0.24 9.4
55 2.5 2.21 88.3
60 2.5 2.44 97. 4
70 2.5 2.49 99.7
80 2.5 2.50 100
90 2.5 2.50 100
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minute minute minute
A: VGM-M, (1.0Hg/mL); B: ; C: + VGMM, (160 ng/g)
2 VGM-M;
2.3 EikE RSD UL K AR . ,
RSD 2 VGM-M; - R
10 ng/ g ,
3 3.2
3.1 VGM-M; 207 214 235 245 254nm
2 VGM- M (n=4) RSD
/(ne* o~ ! ! %
_/(nee™) . RSDI % RSD/ %
/(ng*g" ") (x ) (x XTys)
20 1 14.45%0.72 72.25%1.63 3.07 3.25
2 15.38%0. 31 76.88%1.55 2.82
3 15.18£0. 53 75.88+2. 63 4.61
40 1 30.25%1.85 75.63%4. 63 7.74 3.57
2 32.38%1.63 80.94%4. 06 6. 62
3 31.68%1.68 79.92%4. 19 6.73
80 1 64.77%1.24 80.96%1.55 2.66 2.27
2 65.17%2.24 81.46%2.80 5.14
3 67.53%2.56 84.42%3.20 5.20
20 1 14.75%0. 54 73.75%2.70 5.29 4.02
2 15.97%0. 42 79.85%2. 10 3.77
3 15.52%0. 89 77.76%4. 45 7.77
120 1 101.20%4. 27 84.33%3.56 5.85 3.20
2 100. 08 2. 48 83.40%2.07 3.26
3 95.24%+3.17 79.37%2. 64 4.70
240 1 200. 56 3. 63 83.57%1.51 2.54 1.50
2 196. 00+ 4. 85 81.67%2.02 3.29
3 195. 04 3. 73 81.27%1.56 2.65
20 1 15.427%0. 83 77.10%4. 13 7.58 4.58
2 16.90%0. 37 84.50%1.85 2.87
3 16.13%0. 54 80. 63%2. 68 4.41
160 1 127.36*4.27 79.60%2. 67 4.61 2.98
2 135.0919. 42 84.43%5.89 9.98
3 130. 24 3. 63 81.40%2.27 3.35
320 1 261.22%6. 33 81.63%1.98 3.61 1. 83
2 270.9318. 46 84.67%2. 64 4,18
3 266. 88 +10. 88 83.40%3. 40 5.99
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VGM-M 207 nm , 3.4 R
, VGM-M; , VGM-M; ,
245 nm, 10 ng/ g,
, 70% , RSD 10%
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Determination of virginiamycin M; residues in swine tissues by HPLC

GENG Zhrming, CHEN Ming, XU D& guang, WANG Ran, LIU Weirrong, ZHENG Qin
(Food Sdf ety Resear dh and Service Center, Jiangsu Academy o Agricultural Sciences, Nanjing, Jiangsu 210014; China )

Abstract: A method was developed for detecting virginiamycin M 1 in swine tissues by HPLC with DAD detec
tion at 245 nm. Virginiamycin M1 was extracted from tissues with methanol and 0.2 mol/ L. ammonium dihy-
drogenphosphate, purified by AccuBOND II ODS C3 solid phase extraction cartridge, and determinated with
an ODS-3 Cig colomn(4. 6 mm % 150 mm, 5 Pm) and water acetonitrile( 62. 537. 5) as mobile phase. The rela
tionship of peak area response and concentration of virginiamycin M1 between 0. 1~ 2. 0 Hg/ mL was linear.

Average recoveries of virginiamycin M from swine tissues fortified at a level of 20~ 320 ng/ g were 72% ~

85% . Coefficients of variation were below 10%. The detection limit for virginiamycin M was 10 ng/g.

Key words: HPLC; virginiamycin M 1; residue; swine tissues
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