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B E BN AREBHURRYTI06-0-FARD-HERBBLLHAFOESTMNE T &, T 2841
BRI, 42 R LB M BE A IX A RP-Cq \RP-Cig A AR ARNE BB AR BT, AR IB1LA-40 6 B2 AL M R Ao 8 0 45 25 5 46 4 HPLC 3%
A EALERITMNE 84 A Lichrospher 100 RP-C 34 (250 mm x 4.6 mm, 5 um) , R Z0 40 4 LHE-0.19% #4885 ik , #
B :0~5 min, ZAE 15% ~20% ;5 ~ 55 min, LAk 20% ~ 55% 355 ~ 65 min, ZH 55% ~ 85% ;65 ~ 90 min, T4 85% ., #@)K K
210 nm, i 0.5 mL/min, #8% 30 Co HR: A EHH 3-0-6-0-F A3 D-H HBEM L 5 4300 b B b 98.38% , xF4#k
WRAEMZTATMNE, S FH3.75%, K115 H 0.615~3.712 pug(r=0.999 7)), F ¥ B =M £ 100.4% ,RSD % 0.69% (n
=6), it HEEAM ARTE, FFOLEMTHARTRURBRS R T 0IRE,

REE 28 HPLC 3-0-6-0-F 4 -3 D-#) # MBELER 4 G 453
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Determination of 3- O-6'- O-methyl-B- D-glucuronopyranoside of gypsogenin in

Psammosilene tunicoides
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Abstract Aim: A oleanane acid typetriterpene glucoside compound: 3- 0-6'- 0 -methyl-- D-glucuronopyranoside of
gypsogenin in Psammnosilene tunicoides Wu WC et Wu CY was provided to measure the quality of extractive in
Psammosilene tunicoides , and meanwhile to determine its content and purity by HPLC. Methods: The roots of
Psammosilene tunicoides was extracted with EtOH, the concentrated extract was dissolved in water, and the solution was
repeatedly subjected to DM-101column chromatography, silica-gel column chromatography and RP-Cg, RP-Cig column
chromatography . Structural identification of the compounds were based on physic-chemical properties and spectral data
analysis( FAB-MS,'H NMR, "*C NMR) ; the content and purity was determined by HPLC. Column: Lichrospher® 100
RP-18 column (250 mm x 4.6 mm,5 um), mobile phase: acetonitrile-0.1% phosphoric acid (15:85:+++++ 80:20),
detect wavelength:210 nm, flow rate: 0.5 ml./min, the column temperature: 30 C . Results: 3- 0-6'-0-Methyl-3-D-
glucuronopyranoside of gypsogenin was obtained by this method, which purity is 98.19% and the content is about
3.75% . Linear periods is from 0.615 pgto 3.712 pg(r =0.999 7). The average recovery was 100.358% . RSD was
0.69% (n =5). Conclusion:The result was precise, reliable and sensitive. The compound is suitable to the quality
control of extractive in Psarminosilene tunicoides .
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&8 81 R A 775 Caryophyllaceae ) 42 £k 8 /& 18
Y BR8 Psammosilene tunicoides Wu WC et Wu CY
MR, RRERFAAMNEGAEY, BBOR LR, 2
RIS PR ST, SMEIER S
BBETHRA B EMSM SR REHET AR
RIS, EhARR S, HAS
AU SHM A LABUAM A 3-0-6'-0-F H-3-D-Hj
ARERLAONMTESKUEFFSERE, 2]
B S o A 3CRF HPLC 3:3F & 8818 By
3-0-6-0-F & -p-D-HEWERR L A MH A S B
T .

1 ¥ #

1.1 LB Feil

LC-2010A B3 HH 4,154, CLASS-VP f4{% T
VeSS (A A8 H48]) ; DM-101 B A FLIK fH A (40
~60 B, KEFB) ; FEBAR (50 mm x 100 mm, /&
FE:0.20~0.25 mm, FHEHEAT ) HEEN#E
(300 ~ 400 H , F B WAL KL TRF ) K
FAEIE A RP-Cy RP-Cie (B HBHALT ), Hit
AR i e s s éd
1.2 & %

SHBAM B PEXRKETFRIHTEE
146 77 Bl ( Caryophyllaceae ) 4 4% 8 JB HH 4 & #: 81
Psammosilene tunicoides Wu WC et Wu CY B TH848,
Xt R AL B 4 3-0-6'-0-F Bo-B-D-H B MW Bl 24
AEAH.

2 FEEER

2.1 3-0-6-0-F54-B-D-H] B AR BE 8L 4 B 44 F 84
5%

SHPIRN 2 CBAREL RBUE TR T, 2
FoAL R B A% RS A J2 T (809 Z BEVEI) 3 Kk Ak R AR
[&05-F BE-7K (10:2:0.1—+6:5: 1) B E ¥ 1 &
RP-Cy RP-Cy 5 HIREREAE S HT , 30% ~ 85% FF B

Wk FEE vk S 2, 3@ 4 HPLC. TLC %3, FAB-MS,

'H NMR.®C NMR % 77 i 0 Fo 5 i 17 % 156,
RIS B aiibiB T 3-0-6'-0-1 #-3-D-H B B AR
“waME,
2.2 AFAEEH

a3+ ; Lichrospher® 100 RP-Cygh: (250 mm x

4.6 mm,5 pm) s MBI : ZHE-0. 1% BERR KB O ~
5min Z & 15% ~ 20% ;5 ~ 55 min, Z iF 20% ~
55% ;55 ~ 65 min, Zi§ 55% ~ 85% ;65 ~ 90 min, Z,
fi&§ 85% ., R 210 nm; % 0.5 mL/min; H iR
30 C,

2.3 FEgAER

2.3.1 ERGHE

HBRHERGHE BERE3-0-6-0-F %
-B-D-HE W R AITH 3.116 mg T 10 mL &)
HOREEE R, HIABMRE R 0.306 0 mg/mL Xf BE &
B, AR

X mE R & BESPMEE 50 ¢, A
80% Z BEAR B, 3 U8 , W A IR A . MK, 2
UE, IR A KL MR AR B, 27 51 A 0%.
10% .20% .80% ZBEAK IR LEHGL , W 4E 80% £ BE VR
BB ER G W TRESSPERY ., BEK
B ESPHRE) 66.44 mg T 10 mL B ,80% F
BEE A, HIBYREE N 6.644 mg/mL FALIR R A W,
#H.

232 AMXANHEER BHERIRH &KX
IR 2,4,6,8,10,12 pl, BHRE  HE FR A A4 RE,
LA R A A, LA R A b R B O 8 AL AR, 45
PR 2R, EA H BN ¥ =5.352 8 x 10° X - 8.936 x
10,1 =0.99 7, £RHETE I :0.52 ~ 3.67 pigo

2.3.3 HEAAAETERE BHERBEAKE
BTE—HER IR 10 pL, FELLHERE 5 1R, W15 i1
U ST FRMER 25 (RSD, %) R 0.97 ~ 1.22; (R F
/& RSD(% )} 0.014 ~ 0.36,

B BRI &SRS, ZERE, £ LR
L& HTF0,2,4,6,8,12 h 23X BIHERE 505 TH
FARSD( % )# 0.93 ~ 1.53, iEBMKH7E 12 h AR
Eo
2.3.4 wERRE KB LR S Sl
fh 0.247 0 g, 2B fNxT BB 545 0.093 g fiftfal i 23
B2 RNER 1, FHEWZEN 100.4%,RSD N
0.69%,

2.4 HERSEFME .

2.4.1 HEMNE EFEFERHENL,EH
RIS AT 3-0-6'-0- P 3-3- D-H E R BR 24
AT ERSE T T E, A EN 98.38% (I
B 1),
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Tab.1 Results of recovery test(n =6)

Added Found Recovery  Average recovery  RSD
(mg) (mg) (%) (%) (%)
0.093 0.094 0 101.1
0.093 0.0936 = 100.6
0.093 0.093 9 101.0 100.4 0.69

0.093 0.0923 99.25
0.093 0.0929 99.89
0.093 0.093 3 100.3

3~()-6-0-methyl-B-D-glucuronopyranoside

LA‘

30 40 50 60 70 80

t/min

Fig.1 HPLC of 3-0-6'-0-methyl-B- D-glucuronopyranoside of gypsogenin
242 AEFMNE BURE#KE & IRHE,
TEXT R &) 3-0-6-0-FF Be-p- D- A B R 4 1T
B S B R b, SR P AR W 7 X R TR HE R B 4
KPR 3-0-6-0-F E-3-D-HEWEERL O
MM EEHETE, K& (%) 750 4.24,
3.75,2.30,1.70,

3 it i

S BT R TBNESR,3-0-6-0-H &-
B-D-EEMBRL AN FESRUMB TP IER
B HAMAFE R R B E RS, A GEH AE
PR, H R HPLC B3 &4 8RB+ 3-0-
6'-0-FRB-D-HEWBERLAIE &8 R AR #
FTIE , 4 SRR B T B e R ALk BE .
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