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Lichrospher C-18

0.12~68.0 pg mL 0.998 4—0.999 4 0.38% —~0.44% .
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Determination of Low-Level Gingkolides by LLC-MS

QIN Fang  TAO Guan-jun ~ WANG Ling-xiang
Analysis Center Southern Yangtze University Wuxi 214036 China

Abstract In this paper the analysis of bibobalide and ginkgolides by LC MS was studied. The
separation was performed on a Lichrospher mm C-18 column with methnol-water with gradient as
mobile phase at a flow-rate of 0.3 mLL min and the column temperature of 30 C . Mass spectrometry
was used as the detecter and SIR mode was selected. The calibration curve was linear in the range of
0.12~68.0 ug mL with r? and RSD being 0.998 4~0.999 4 and 0.38~0.44% . This method is
easy rapid and accurate.

Key words LC-MS ginkgolide bibobalide

Ginkgo biloba L.

! 1.5
45 67 ELSD 8
GBE
2 ginkgolide
A B C GA
GB GC bibobalide BB 1
PAF
3 1.1
A B GA GB
GBE 90 % BB 90 %
2003-03-17 2003 —-05—-17.

1964 —



4 81
Sigma 3 13.8 min
m z 439 GC
1.2 1 .GC
Waters Platform ZMD4000 -
2690 996 PDA gooooor o
micromass MassLynx & 600000 - e gg
3.1 g
Z 400000 |
1.3 B
1.3.1 Lichrospher C-18 200000 -
- 40 min 0 L . : s ;
30 (%) 80 (yo 30 oC [+ 0.2 0.4 0.6 0.8 1.0
Py A S B 3 P/ (mg/L)
0.3 mL min.
1.3.2 120 C | 3
250 C 3.7 kV 30V . L
Fig.1 The regression line of GA GB BB
SIR M= 22.45
H GA 407.4 GB 423.4 BB 160 r .
325.3. s 1342 21.26]| GB
1.3.3 % oB G
GA GBBB 2~4mg 10 mL =
'
LS
BB 58.3 pg mL GA L
x 0 ' | s 20 25
85.0 pg mLL GB 61.7 pg mL 5 10 ———
1.3.4
1.25 2.50 10.0 50.0 500 LC-MS
5 ul 2 GA GB BB
Fig.2 The SIR mass chromatogram of GA GB BB
2
1
2.1 Tab.1 The analysis results of 3 samples
rg g
GA GB BB
GA GB BB 1 0.12 0.120 0.25
0.12—~68.0 pg mL 3 2 0.11 0.094 0.26
3 0.08 0.066 0.16
GA Y =6066296X r*=0.999 4
GB Y=936301X r2=0.999 2 1007 B:"‘“
BB Y=555063X r%=0.998 4
! 2
i
2. g
2.2 g
1.3 5 =
3 RSD GA

0.38% GB 0.43% BB 0.44%

2.3

1 [)/min

3

Fig.3 The mass chromatogram of sample



82

22
2.4
4
210 nm
GBE
ginkgolide A R, =08, R, =R, = H
1 ginkgolide B~ R, =R, =OH, R, =H
2
GA GB C-18
3
0.1 pig mL bilobalide
4
Fig.4 Molecular structure of GA GB BB
2.5 3
ESI APCI . LEMS
M+ MS
1 M-1M SIR
ESI 23
M-1 3
SIR 3
325.3 Mpg—1 407.4 Mcga —1 423.4
Meg—1 3
2~3
1 M . 1986.724 —725.
2 J . 1996 3 44 -55.
3

[o BN e R O R

Braquer P. The ginkolides potent plateler-activiting factor antagonists isolated form ginkgo biloba L. chemistry pharmacology

and clinical applications ] .Drug of Future 1987 12 7 663.
J.

.ELSD

2002 33 5 226.
1997 9 6 622.

J. 2000 28 53.
2001 21 2 107.

2001 32 1 34.



