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HANH A RHEY 22 4 [ Ophiopogon japonicus ( Thunb. ) Ker-Gawl. | B9 HEHAR | == #i L& Ht M
FPUNIE B I, DUN=RRIN 246, ol I FIR7 e D DB AR PR S5 E . A E N
K BISEE T 10 ZR SRR R 20 ZREEAL . A BT EA PO WUBR AL | JT 5 AN AR 1
BESEAE R, I HLAZ A 5 s 7o LB AR FH A il .

AR SC BRI Py B RS T 4 D XUBEE (AR g e &8, ok &1 ik &
W, a2 ~4 ZEMLEY.

1 #R5itie

&Y 1 ESI-MS IEE T, m/z: 1057 (M +Na) *, B FIE1033(M -H) -, EHHS>TEN
1034. 454 °C NMR %45 143 73N CyHg, 0. TR(KBr) , #/em ™' : 3610(OH) , 1622(C=C). &2
BT K S HE AT . R . BRI R e . P C NMR S5 A B (£ 1) 5 26-0-6-D-
NHk it ) 2 0 (255 ) - 655 -5 -0 -18, 38, 22 0, 26 - DU -1 -O-B-D- M 25 OB (b A4 113) 1 SEAK ), 36
WL G 1 B H ICHE (258) -PK -5 -0-18, 3B8,22«,26- DU

Table 1 “C NMR(C,D,N, 500 MHz) data of compound 1

Run 8 Run 8 Run 8 Run 8
1 84. 41 15 31.98 C-1
2 37.95 16 81.06 Fue 1’ 101. 59 Ara 1” 106. 55
3 69.22 17 63. 82 2! 75.27 2" 72. 44
4 43.75 18 16. 88 3’ 85. 47 3" 74.51
5 139. 46 19 14. 94 4’ 72. 60 4" 68. 17
6 124.72 20 40. 69 5’ 71.55 5" 66. 90
7 32.61 21 16.23 6’ 17. 34 C-26
8 32.98 22 110. 57 Rha 1” 100. 43 Gle 1" 105.03
9 50. 49 23 37.02 2" 70.73 2" 74. 14
10 42.74 24 28. 15 3" 72. 44 3" 78.23
11 24. 11 25 34.32 4" 73.36 4" 70.90
12 40. 69 26 75. 10 5" 69. 22 5" 78.97
13 40.42 27 17. 04 6" 19. 05 6" 62. 68
14 57.05

G 1 B C1L A C26 H AL AR S5 X L) (SCR[ 6 ] k&% 113) AT, SRWIH TR C1 AN
C26 YA, ESI-MS 45 H A T3 116 m/z; 887 (M - 146 —H) ~, 901(M - 132 - H) ~, 755
(M-132-146 —H) =, 755(M =146 —132 —H) ~ 1609 (M — 132 — 146 — 146 — H) ~, £ C1 ik
O BRI R BEA R, B A O ST OCAHE, O3 — B O OB RN BT R A b i 4
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I A OB . B I m/z. 447 (M - 132 — 146 — 146 — 162 — H) ~ £ W] 26 1o % A 7 25 4.
"H NMR, 6: 0.87(3H, s, CH, —18), 0.89(3H,s, CH,-19), 1.20(3H, d, J =7.0 Hz, CH, -21),
0.97(3H, d, J=6.6 Hz, CH, -27), AIKRBHM 4 MEEPRTEFFES; 6 1.69(3H, d, J=6.6
Hz), 1.47(3H, d, J =6.6 Hz) 43510 2 M A OB LR 7155 ; 6 3.85(2H, m, H26), 4.02
(1H, m, H1), 3.72(1H, m, H3) Jy €26, C1 FI C3 MR 155 ; (8%X A6 5. 54(1H, m, H6) =
PO 155, 84.59(1H, d, J=7.5Hz), 4.78(1H, d, J=7.5 Hz), 4.95(1H, d, J=7.5 Hz),
6.33(1H, ) 70510 4 DRI IE R {55, PC NMRIEEE (£ 1) Won T AR 4 B S a (5 5 .
8101.59, 100. 43, 105. 03, 106.55. SEERAYH RIS S 7 A, LA 1A 2 SobEE T Y
IR, BRI 2SR N o ML, AATRE N B AR TS0

i HMBC i R B AR DG R (B 1) n 4HEHUR st BT RLACTHE 5 A 388 13 8 R
R b L S 8 6.33 Sfik 6 75. 27 (IMIIAE MY C2) | kb & 100. 43 ( ELZEHE 1Yo Bk ) 5 &
8 4. 51 (BT ral H2) m ARG, BEHIR I B2 0S5 P 5 S 1 -2 & 4%, HMBC i R, Ml
FIEREI IR 5 4. 59 ik 6 84. 41 (17T C1) ImBARC, iz = Wi iEHeAE 17T C1 0, bl
57 B T A Ara(1—3) [ Rha(1—2) Fuc-. 2G4 )L A 6 4. 78 5885 6 75. 10(H 7T €26)
TEARAH G, UESE A 2 B /e T T ) €26 7, BB 1 454 (& 1) R 26-0-B-D-MH i 3 25 1
F5-(258) MK HS -5-H5-1B, 38, 22a, 26-PU FE-3-0-B-D-k Mg Bl F7 AT 3 (1 —3 ) -[ a-L-iE 1 BRL 2% 4 2k
(152) J-a-L-MEMG 5 3R . (LB 1 AL G, a5 R 22 & W1 A (Ophiopogoside A). LG5
2,3, 4 MM E 9 E AL S Y ophiopogonin D' m. p. 260 ~262 °C (ZMi#), [a]® = -99°
(¢ 0.50, MeOH) ; ophiopogonin B! , m.p. 268 ~270 °C (43fi#) , [a]%o = -96°(c 0.52, MeOH) ; Gly-
coside D' m. p. 294 ~296 °C (43#), [a]® = =90°(c 0.50, MeOH).

Fig.1 Structure and key HMBC correlations for compound 1
2 KIGEBSY
2.1 MEENE JNELETIINE BT A AR, £KEF T EXEASE RS E A A RHE
W74 Ophiopogon japonicus (Thunb. ) Ker-Gawl. . 70 Bk & 20RAH (s FHOL R 2640, HARB R A4l
FTSI-35 {8 B A2 $e 21 4M G540, KBr JE F; UNIFY- 400 #% 84 3L R1L, C, DN HIEH], TMS K AR,
LCQ-1700 7 HL 5 %5 Ji %Y 5 Perkin-Elmer 241 FUFEYGL; WATERS-600E I = s80R AR (%A, 45+
SHIM-PACK PREF-ODS(5 pm, 28 cm x3 cm) ; 82 FIAE G5 H AL 3 7 S WAL T 7= 5 (200 ~
300 H), KELIWBHAIE R BSR4 7= 0 Do, BB RE ; A Z M OUYA RP-18(80 ~100 H)
FE e, RAEZE M Rp-18, F,,, Merck).
2.2 REALHE KNEZXYM(T.5 kg) Bit)G, HKTEREIREER3 WK, GIFRBOR. ok, 1HH2Y).
KRR RIS, st KA BEE | 300 FHZ8 TR /K AR 4048 20% LRGBS, HHARTR 21 40% LB ik
i, S E AR A(8.5 g). FHIEREUECN 65% LFEIVENL, 15 E MK B(1.7 ¢). KK AR
THEES, ZKRAEENT 25, H CHCL/MeOH/H,0 (RFIEL 65:20: 10 ~65:25: 10) PEfi, U HB
4y, 4 a, b Ml e 4>, b &H4 % HPLC 4355, i MeOH/H, O (/RFXLL 60: 40) YEBAF LA HI 1(76 mg).
MR B St AR ZENT 02, H CHCL,/MeOH/H, O (/RFHLEE 65:15:10 ~65:20: 10) PEE, W AEAR R 43,
134G 2(35.5 mg) , 3(46.5 mg) F14(38.6 mg).
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2.3 BHEEBRAM WOEAGYL, HTHE, STESGHEER L, &5 TWERZEST 12 h, #
THeER IR, RN, D BB/ K (RFRLE 16:9:2) BIF, F &/ WlE/ K (TR 30:12:4, F
2, B9 mL i1 mL BSAR )2 REIF, SRR HI R AL i 4.

2.4 HikE EAERT ALEY D) MAGAKHK, [a]) = -19.8°(c0.185, MeOH) ; m. p.
209 ~211 °C (43fi#) , 43 T3 € He, 0,,, '"H NMR(C,D,N), 8: 0.87(3H, s, CH,18), 0.89(31H, s,
CH,19), 1.20(3H, d, J=7.0 Hz, CH;21), 0.97(3H, d, J=6.6 Hz, CH,27), 1.69(3H, d, J=6.6
Hz, Rha, H6"), 1.47(3H, d, J=6.6 Hz, Fuc,H6'), 3.85(2H, m, H26), 3.95(1H, m, H1), 3.72
(1H, m, H3),85.54(1H, m, H6), §4.59(1H, d, J=7.5 Hz, Fuc, H1'), 4.51(1H, m, Fuc, H2'),
4.01(1H, m, Fuc, H3"), 6.33(1H, s, Rha, H1"), 4.95(1H, d, J=7.5 Hz, Ara, H1"), 4.78(1H,
d, J=7.5 Hz, Gle, HI"). IR(KBr), #/em™': 3610, 2921, 1622, 1457, 1258, 1076, 1037, “C NMR
TR WL 1.

& £ X W

[ 1] Pharmacopoeia Commission of the Ministry of Public Health of P. R. China( e A RSEFN Iﬂﬂi%ﬁé’i;ﬂliﬁ%) . Chinese Pharmaco-
peia T( 18 AR ILAIFEZGH—EE) [M], Beijing: Chemical Industry Press, 2005; 106—107

[2] XIAO Pei-Gen( 4 15H2). Modern Chinese Materia Medica( &+ 25 ) [M], Bejing: Chemical Industry Press, 2001 ; 481—487

[ 3] CHEN Min(Bs#), YANG Zheng-Yuan(#41E56) , ZHU Qi-Tian( KA K), et al. . Acta Pharmacologica Sinica( " EZ5HE2A47) [T],
1990, 11(2): 161—165

[ 4] CHENG Jin-Bo(#£4:9%), WEI Hong-Chang( Bt &), ZHANG Chen( F L), et al.. Chinese Journal of Pathophysiology ( H FEl i Fi A=
FiZ4R) [J], 2001, 17(8) : 810—816

[ 5] ZHANG Qing-Wen(3KK3C), YE Wen-Cai( M 3C74") , CHE Zhen-Tao( 741 ) , et al. . Acta Pharmaceutica Sinica( 25242#4%) [J],
2000, 35(10) ; 756—759

[ 6] Agrawal P. K., Jain D. C., Pathak A. K., et al. . Magentic Resonance in Chemistry[ J],1995, 33 923—953

[ 7] Agerawal Pawan K.. Phytochemistry[ J], 1992, 31(10) ; 3307—3330

[ 8 ] Chiristian W. , Matthias H. , Olaf K. , et al. . Helvetica Chimica Acta[ J], 2000, 83 1454—1465

[ 9] Angarawa P. K., Jian D. C., Gupta R. K., et al.. Phytochemistry[ J], 1985, 24(11) ; 2497—2520

[10] Asano T., Murayama T. , Hirai Y., et al.. Chem. Pharm. Bull. [J], 1993, 41(3): 566—570

[11] Watanabe Y., Sanada S., Ida Y., et al. . Chem. Pharm. Bull. [J], 1983, 31(6): 1980—1990

Separation and Identification of New Furosteroidal Saponin from
Ophiopogon japonicus ( Thunb. ) Ker-Gawl

XU Tun-Hai', CHEN Ping’, XU Ya-Juan’*, HAO Ling-Zhu®, XIE Sheng-Xu®, XU Dong-Ming’
(1. College of Traditional Chinese Medicine, Beijing University of Chinese Medicine, Beijing 100102, China;
2. Academy of Traditional Chinese Medicine and Material Medica of Jilin Province, Changchun 130021, China)

Abstract Traditional Chinese Medicine “maidong” [ Ophiopogon japonicus ( Thunb. ) Ker-Gawl] is the im-
portant medicine used to treat cardiovascular diseases. A new furosteroidal saponin, together with three known
steroidal saponins, was isolated from the tuber of Ophiopogon japonicus( Thunb. ) Ker-Gawl. The structure of
the new furosteroidal saponin, named Ophiopogoside A, was elucidated as 26-0-B-D- glucopyranosyl-(25S) -
18,38,22a,26-tetrahydroxyfurot -5-ene 3-0-[ -a-L-arabinopyranosyl (1—3) | -a-L-rthamnopyranosyl (1—2) -
B-D-fucopyranoside mainly by using 1D, 2D NMR techniques, ESI-MS analysis as well as chemical methods.
Keywords Ophiopogon japonicus; Steroidal saponin; Ophiopogoside A
(Ed.: H, J, Z)



