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Determination of Virginiamycin M, in Chinese herbs like scorpion by HPLC - MS/MS

WANG Shao —min YU Ling CHENG Jing ZHENG Rong WANG Ke JI Shen"
( Shanghai Institute for Food and Drug Control Shanghai 201203 China)

Abstract  Objective: To establish a HPLC — MS/MS method for determination of Virginiamycin M, in Chinese Herbs made by
animal such as scorpion. Methods: After being extracted by acidified 40% methanol and purified by HLB SPE column Virginia—
mycin M, was analyzed by HPLC - triple quadrupole MS. Results: There is a good linear relationship within the range of
1 ng*ml™' ~250 ng * ml™" for Virginiamycin M,. The regression equation is Y =3.94 x 10" X +4.07 x10° r =0.9996. The
recovery was between 90.9% ~98.1% . The LOD in Scorpion were 0.9 pg * kg™'. While the recovery of herbs like centipede
black snake sea horse and leech was in the range of 85% ~95% . Conclusion: The method is sensitive rapid accurate and

specific enough to determine Virginiamycin M1 in Scorpion.

Key words  Virginiamycin M,; HPLC — MS/MS; Scorpion

. M, 1
( Virginiamycin M) 1.1
. Agilent 1200 — API5500
. ( IKA T25 digital ULTRA - TURRAX
~ 12500 1 * min"~') ; (N - EVAPTM112
° M, Organomation Associates Inc ) o ( BS2202/TE
M, -612 - L/CP225D Sartorius )
H 1.2
M, - o M, ( 116K4121 Sigma )
M, 1.3
° \ ( Burdick — Jackson) ; (
)
1.4
° ( : 090812 : ) ( : 090325
7 ’ ) ( £ 090325 : ) ( y -
091020 ) ( Ly —090615 )
(2009ZX0 9502 - 024)
(1978 -) 2

* E = mail: ji_shen2006" @ gmail. com : Agilent ZORBAX C4 3.5 pm x2.0 x5 e¢m



2011 9 21 9

Chinese Journal of Health Laboratory Technology Sep 2011; Vol 21

No 9

2143

40C. TA B 0.1% —10 mmol * L™

0.3 ml * min~" 1,

(' min)

A(%) 30 20 20 30 30
B( %) 70 80 80 70 70

2.2
EST ;
15500 V; 550°C
im/z 526.3—155.2 ( )
24 v

( MRM) ;

1170
526.3—377.2 ( )
30 v 1o

m/z

* XIC of +MFM (2 pawrs) 528 300:358 200 D froem Sarnple 8 (ME-guanaie- 100 ng/ml. ) of P wilf (Turta Seray)
™ [ Max 6 Tos o
8.0e8
s.5es

séu
4508

4008

3.5e8

1.0u8
2008
2085
1. 5a8
1088
8 Ond

D 08 10 18 20 25 30 15 40 45 50 55 80 65 70 7S A0 &5 90 05
Tima, min

.
=
&

Of +MFIM (7 parn) 528 3007358 200 Da from Sampks 35 (veng-guansie-sample-2) of 1wl (Turbo Spray)
2 Max 7 Jod cpa

I

Irtmeaity, con

]

ooo008000!

o o8 .

B0 08 10 15 20 25 20 35 40 45 50 85 60 85 70 75 A0 85 8O 85
i, iy

= X0C of +MIRM (2 peire): 526.300/358.200 D from Sample 30 fiieng-quansie-fy-34-3) of 1.wif (Turbo Spray)
178 4 Max 1 Tet ops

%0 08 10 15 20 28 30 35 40 45 50 S5 60 &5 VO TS A0 A% 80 08
Time, e

1 M, . .
(TIC)

2.3

M, 1 ml

0.1 mg/ml o -0.1% (

10 mmol/L ) (1:1) 1 ml
5 ng+10 ng.50 ng.100 ng.250 ng o
2.4

1 ng.

0.1%

10 min

( )5
25 ml 2 min

5 ml 40°C
(60C ~90°C) 3 ml

40%
(4000 r * min~")
3 ml
8 ml
0, 5ml

10 mmol /L )

40°C
2 min

0.1% 1 ml

0.45 pm o

2.5

2.5.1 N

S5¢g “2.4
“ 40°C

“2.37 1 ml

/
( ng/ml)

(RSD /% n=6)

Y =3.94 x10* X +4.07 x 10° 1~250

0.9996 1.0

2.5.2
u2'4v

“.3” 5l “.

M, ) 5S¢ 9 3
ml 50 g5 pg 0.5 ug

0.1% 40%

25 ml

M,

3;7

M,
“2' 3 2

(g

(g

-1 12.5 11.1111
10.3103
10.2102
103. 6035
103.103
104. 104
1146. 145
1141. 14

1224.327

-2 12.5
-3 12.5

-2 125
-3 125
-1 1250
-2 1250
-3 1250

RSD

88.888
82.4382
81.681
82.882
82.482
83.283
91.691
91.291
97.946
95.3
3.2

2.5.4
o “2.5.2

RSD
2.5.5

3.4% .

0 h.4 h.8 h.20 h
2.3% o 20 h
2.5.6
3 10

0.7 pelkg

M1

RSD

2.4 pelke,
( 2146 )



2146 2011 9 21 9 Chinese Journal of Health Laboratory Technology Sep 2011; Vol 21  No 9
2 (n=6)
3 (n=6)
(mg/kg) (mg/kg) (mg/kg) (%) (% ) 1 2 3 4 5 6 RSD
— 0.5 0.452  84.1-95.3  90.4 mg/kg mg/kg mg/kg mglkg mg/kg mglkg mg/kg (%)
— 1.0 0.933 87.9-96.6 93.3 0.879 0.906 0.954 0.966 0.931 0.962 0.933 3.72
— 5.0 4.825 92.0-101.2 96.5 0.951 0.897 0.923 0.965 0.983 92.7 0.941 2.69
— 0.5 0.456 86.5-97.4 91.2 0.952 0.934 0.895 1.002 0.912 0.864 0.927 3.91
— 1.0 0.958 89.7-98.3 9.1
— 5.0 4.876 93.2 -100.8 97.5
— 0.5 0.447 82.1-96.7 89.4
— 1.0 0.928 86.4 -100.2 92.8 1
— 5.0 4.697 91.5-102.7 93.9 J .
o« » 2005 11(1):72 =77.
2 . J
57 2004 10 (5) : 573 - 576.
’ >-0¢ ’ 2005 24(11) : 1323 . 1328 a
clo; 1.0 mg/kg 1.4 \ (1) 71323 ~1328. |
6 2005 11(11) : 43 —46.
0. 933 mg/kg. 0. 941 mg/kg. 0. 927 mg/kg RSD 5
3.72% 2.69% 3.91% o j . 2003 13(1):29 =31 39.
6 .
3 J . 1998 16( 4) :347 -350.
_ ( 12011 —05 —09)
( 2143 )
3 MRM o
M, N
M, . o
4 o
{(2 5 3 ”
ml 5 pg M, 25 pl( ;
N ) o 6
4. 40°C 5 ng/ml.
25 ng/ml.50 ng/ml.100 ng/m 200 ng/ml
4 4 1 ml ;
(%) 10 pl
84.5 °
1
93.7 0%
85.2
90.3
1 . J.
5 1998 19(5) : 46 —47.
M, 2 .
M1 I 2005 39(2):10 - 13.
3 GB/T 20765 -2006. N N Ml
- S .2006:1 -5.
_ 2-~4
. 4 i .
N - J. 2009
90% 28(2)~ 2121-215.

( 22011 —05 — 19)



