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" Tab 1 .Some *C NMR chemical shifts of astrachrynoside A () and cycloastragenol IV ) (Py —d. ,ppm )

Carbon No . v : 1
Aglycone moiety C-3 ) 78.4 88.3
5 54.0 51.8
6 68.5 : 67.8
16 73.6 ' 73.3 .
17 . 58.5 57.9
20 : 87.4 87.1
24 81.8 7 - 81.6
25 71.4 71.4
3—0-p-D-Xylopra — nosyl moiety C—1 ' ‘ ' 105.9
2 | 7.0
37 79.4
4’ o ' ‘ 71.2
57 66.8
2 '\~ L —rhamno —pyranosyl moiety C—-1” - . 101.9
27 72.3
37 72.4
4”7 740
57 69.7
6" ' 18.7

Tab2 .'"H ,”>*CNMR chemical shifts of astrasieversianin XV (I ,Py—d,,ppm )

l . . -
H —Signals correiated in

No. oy (I ,Hz) 5c s ,

terms of long—range coupling

1.534d ,J=12,3.5),1.27(dt ,3=12,3.5) 3174)

1
2 1.94 (qd ,J=12,3.5),2.25 dq,J=12,3.5) 298 ()

3 3.34 @d .J=12,3.5) 87.2()

4 _ 42 66) 29— H;,30-H;

5 1.82(d,J=7) ‘ 51.8) 29-H3.30—-H;s,1-H
6 373 4dJ=7.5) ‘ 77.0d)

7 2.02 ¢d ,J=14,5).2.14 (m) £ 32.4() .

8 2.14 (m) o 42.3d) 28—-H;3.19-H,

9 21.06s) ,

10 - 27.76) 2-H,

1 1,55~ 1.57(m).1.62~ 1.67(m) 26.1¢)

12 1.55~ 1,57 (m),1.62~ 1.67(m) 33.3(4) 18— Hs

13 4526) 17-H,18~H; ,28 - Hj
14 5006) 12—H,,18—H;3.28—H;
15  1.80 @d,J=12.5.6.5), 45.10)

2.35@d ,J=12.5,8)
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3.63(dd.J=11,10),428 @d,J=11.5)  66.6¢)

- . > Continue
. 'H - Signals correiated in
No. on @ .Hz) ¢ . .
terms of long — range coupling
16 5.04 4d ,J=8.6.5) 73.3)
17 228 d.J=8)" 57.8d) 18—H; .21 —H;
18 1366) 19.7@) 17-H
19 0.06 @,J=4),0.60 d.,)=4) 24.8() I-H"~ '
20 87.46) 17-H ,21~H;
21 1.29 ) 28.4(@)
) 1.64 @dd ,J=10.5,5.5,3), 37.44Q)
3.10 ¢d ,J=10.5 ,9.5)
23 . 2.06@d.J=9.5.3) 26.3¢)
: 2.30 @dt,J=10.5,9.5,5.5)
24 3.84 dd,]=9.5,5.5) 81.5@) 26—Hs
25 71 .36) 26—H3,27—-H3
26 1.30 ) 27.04) 27-Hs
27 1.57 ) 28.04q) 26— Hs
28 "1.16 6) 19.3(@q) 7-H.8—H 15— Ha
29 1.74 6) 27.3@) 30-H;
30 1.396) - 16.7(q) 29-H,
’ 4.71 @ .J=1.5) 105.6(d)
! 421 ¢,J=1.5) 71.6)
’ .4.11(m) 9 2@)
" 410(m) 71.2@)
g 3.57 ¢.J=10),4.27 dd ,J=10,5) 66.6(t)
v 6486) | 101.7@)
" 478 @,J=3) 72.2@)
" 4.65 dd .J=9.3) 72.3(d)
430 ¢,J=9) 74.0d)
r 4.81 dq.J=9.6) 69.5d)
” 1.70 d .J=6) 18.5@)
4.74 @ .,J=8) 105.5()
3.93 t.J=8) 75.2@)
" 4,07 t,J=8) 78.1d)
” 4.14 @dd ,J=10.8.5) 70.8(d)

Tab 3 'H, ®C NMR chemical shifts of isoflavane compound (IIl ,DMSO —d, ,ppm )

H- Signals correlated in

No. &y 0.H) sc _
terms of long — range coupling
1
2 396 ®J=10.5), 169.2(t)
4.20 @dd,=10.5,3.5,1.5)
3.36 (dddd.J=11,10.5, 5.3.5). 31.3d) 2-H,, 4-H,
4 281@dd.J=16-5.5.1.5) 29.7¢)
2.93 dd .J=16.5,11)
4a B 115.7(8)

5 7.00 d.J=8.5)

130.0d)

4~H,,6-H,8—H
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Continue -
No _ 5 5 'H - Signals correlated in
. . u ¢ .H,) C .
C terms of long — range coupling
6 5.55 (dd ,J=8.5.2.5) 108.7 @) 8-H
7 156.7 ) 5—H
8 6.47 @,J=2.5) ©103.8 @) 6—H
8a : : 154.5 (s) 2-H,5-H,8-H
1’ 120.86) 2/-OH,5'-H
27 148 .1 () 3/-0OCH;,6 '—-H
37 136.16) o
4’ , 151 .6 &) 4’~0OCH;,5 ' -H,6'~H
57 . 6.46 d.,J=9) 103.1 @) '
6’ 6.78 d.J=9) 121.4 @)
1 4.76 d ,J=8) 100.7 @) 2"-H,
27 3.20,dd ,J=9.8) 73.2 @)
37 3.26 ¢.J=9) . 76.6 @)
4" 3.15¢,1=9) : 69.7 @) .
57 13,29 (ddd J=9,6.2) , 770 @) 6 "~H
6" 3.46(dd ,J=12,6),3.69 @d .J=12,2) 60.7 (1)
3/-OCHs 3,696) 60.2 @)
4’-0OCHs 3.756) . - 55.6 @)

2’-0H 8956)

5 i H Kofler BHUA s GE iREEHRIIE. LAMEEHPU - 9512 llE. 'H )CNMR
HHJEOL INM-GX 4004l TM S MtR; (LA #'H-"HCOSY: SW =SW,=31017

< Hz, 338 5 2048 x512, B8k, SW, FISW, Bt 4y Bk %43,03Hz,'"H- "C COSY : B Ci
CB(SW,)9208  1Hz , i % (SW,)2700, 0 Hz 4 52048 x 512, Bfm 104 7k, SW FISW, #
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oy PEER sy HI 8,99 F1 10,55 Hz, long —range 'H — “C COSY :"Cifi % (SW,)9208, 1Hz,
'H %% (SW,)2700. 0 Hz , $r 4 &5 2048 x 512, B in 168 vk, 55 Ui W84 iy it B 1B & % 50k
10Hz, SW, #1 SW, - #2899 1 10, 55Hz, fL4& # 11l ff 'H-H COSY :
SW,=SW,=1750, | Hz , $#8 &5 2048 x 512, B 8 ik, SW, 1 SW, $5 4 Py h
1.17Hz, '"H-"5C COSY :"C i#3%(SW,)13513,.5Hz ,'H 13 (SW,)1750,0 Hz , $#8 &
2048 x 256, B fn 96 ¥k, SW, 1 SW, % 4 ¥ 3 4> B 2 13, 20 Fa 13, 67He,
long —range'H—"C COSY :"C %3 (SW,)13513,5Hz,'H 3 (SW,)2600.0 Hz , (3
K, 2048 x 512, &0 240 ik, SR LRI R IBA HECOY 10Hz ,.SW, FiSW, B2y 3457 5
% 11,22 110,16 Hz, FAB J&i% fl VG - 7070EHF { il &, m?ﬁffﬁﬁdcmo Erba
M D 1106 L3z, LhiestEHIASCO DIP — 300 Haifet iz, SAREiEHGC —9A
AL E, KB HT S A Bondapak C,, BROMIREEE K b #E F P9 fh 2 K 71 5 B0 6k i
(100 ~ 200 ), #EFEARF R Merck 2 FHTIIR, 1% Ce§O,), —H,SO &R
. ERFEWE ) EREEHIX 2542 7. |
— REESS ,

RERKK4ke . WHFH 95%EtOH B, 2% EtOH, fu 5 &2 MeOH. 1T
i€, 7% MeOH , lAH,0 ,n—BuOH #H, 5B H Bondapak C,, RAHRE KRN, H,0,
50%EtOH , 95%EtOH #ii, B 50% EtOH i 73 . 6g k=l CHClL, —MeOH—
HO (7 :3:1,FB),6 :4 :)REKKABI 70 mg ,II 760 mg,II 140 mg, ﬂva_
BRI 1.5¢, %% PK 210mg ,p- I 250 mg . -
gy ‘ e

I AfakyR mp204 ~ 206 C ,[«] ' +116 °(c 0,16 ,MeOH ), IR (KBr Jem™'
3431, 2973, 1721, 1633, 1259, 1045, FAB-MSm,/z: 769 (M+H), & £ 4> # -
C,HuO,; (HH1E % C,64.04 ; H ,8.91 ; L#ll{E %C , 64.22 ;H,8.89 ), 'HNMR (Py-—
d; )6, (ppm ):0,.28,0,58 (% 1H,¥ d,J=3 5Hz,19-H2),1.01,1.30,1.31,1 41,
1.49,1.57,1.94 (% 3H ,#Js,7xCH, ),1,72 3H ,d ,J=6,1Hz,6 “-H),3.08 (IH ,td ,

=11,5,8Hz,22—H ),3.55 (1H ,dd ,J=11.6 ,4.6 Hz ,3-H ) ,377(1H ,td ,J=9 4 Hz,
6-H),3,77 (1H,dd ,J=10,5Hz,24—H),4 87 (1H ,d ,J=7.0Hz,1 '—H ),6.51 (IH,
br,s,1”—-H), "CNMR R&E1.

Itk f® B 1900 mg, BT 5% NaOH fyn—BuOH & 40ml , [l 70 h , ¥ R I
#yfEI A7k 1, LA n — BuOH %HY, % n— BuOH , ki B4, EtOAc — BBk G : 2)#tl
B IV, 5L HE S5mg , L 1R , TLC St Rxtig, K2 HF HEhy |

L ERUKAR  BL800 ml HEHREIA con HCI Sml MR — S Filly, 4558 1 %S Ao RS
BB Rt b, #F OB 3% B IR AR A R, % . B E 60 T /kik v R RE
40 min, BUHEEBAR, £ _EFRAES, 2 BIA n— CH,, —EtOAc (I :5) it —EtOAc (1 4)
1 CH, —CHCL*~Me,CO (1 :1 :2)BH, SRt hHETER . .

I#y HCl— MeOHf# HL I 50 mg /9% HCIfH abs . MeOH 1A%k 5ml ,jiyaEkE 2 h finA
Ag,COHZE APtk 8, IEZ LA, A abs . CHN 1 ml, (CH,),Si,NH Sml , H85d i
BT GC IR, (Gefk: 2 m x 3mm ,2% SE— 30 , #8170 T , BREOEEE 250 T AR
B 250 C , #H5 N, , % 60 ml/min),t, :ABEFR 10 704 7,10 99 ¥ ELAKERR 7 129 7,

I AestRES, mp 202 ~ 204 T ,IR KBr)em™':,3368,2935,1634 ,1447 ,1367 ,

’
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1044,973 ,896 ., 'H ,®CNMR Aﬁ‘j%2 . _ :

I1I [’:‘léﬁ&%;}%,mp 161 T ,IR (KBr)em~': 3324 ,2932-,1619, 1589, 1506, 1464,
1425,1326,1292,1262,1222,1168,1073, 1027,894 ,829,797, 'H,*CNMR ﬂ%3 . .

KERRI AR E ,mp 220 ~ 224 C ,IR (KBr )cm™! :3357?2940, 1618, 1589,
1506,1463,1426,1323,1292,1261,1222,1202,1168,1094,1073,1'028,887;8290 :

XEERIMBAE BRAEER! 110 mg,MeOH 10ml &M, MA% 10ml,
9% HCI #y abs MeOH 14 Smi , 7k E# 10h , 2 HCHJE,5%NaHCO, ,H,0 Btk ,.abs,
Na,80, T4 , %% C H, REWBRBEEN, EtOAc—n—CH,, @ : 1)3H, BAT LRI
B 34 mg,mp255~ 257C ,IR (KBr)em™': 3375,2959,2940,2865,1456,1042 ,

HI% PRK f- A K8 IR TLC Shlk R E B TILE .

it A& B EBEFAEBEH AL E, AL POE R M-S, £ ORBILLS | e
TEFESHT. '
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THE STRUCTURE OF ASTRACHRYSOSID A AND THE
STUDY OF 2D - NMR ON ASTRASIEVERSIANIN XV AND
7,2 ’-DIHYDROXY-3 "4 '-DIMETHOXY — ISOFLAVANE
—7—0—[3—D—VGLYCOISIDE ' ' i -

HK Wang ,K He ,HX Xu,ZL Zhang* YF Wang®, T Kikuchi”and Y Tezuka”
( Shanghai .College of Traditional Chinese Medicine , Shanghai- 200032; " Beijing Medicinal University , Bejiing

o

100083 ,™ WakanY aku (Oriental Medicines )Institute , Toyama Medical and Pharmaceutical University , Toyama ,Japan )

ABSTRACT Six compouns were isolated from the root of. Astragalus
chrysopterus Bunge ;One of them was identified as a new. triterpenoid glycoside ,
named astrachrysoside A, Its structure was elucidated as 3—0—[a—L—rham-
nopyranosyl (1 —-2) g—D —xylopyranosyl] —cycloastragencl on the ‘basis of
physicochemical evidence and chemical reactions , The others were shown to be
known cdmpounds ,astrasieversianin XV (I ),7 ,2 '—dihydroxy — 3 /4 / — dimethoxy
—isoflavane—7—0 — §— D ~ glucoside ( III),. soyasaponin I, daucosterol and
p — sitosterol ,Full assignment of the chemical shift signals of I and III were estab-
lished by various 2D — NMR techniques .-

Key words Astragalus chrysopterus ; Astrachrysoside ; Astrasieve rsianin ; .

Isoflavane ;2D - NMR





