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1
'H-NMR,®*CGNMR Bruker AV —500
; XRC—41 ;
Sephadex L H-20  Pharmacia
2005
2
5kg,95 % 3
7d, , 280 g
7049 66.5¢
, Sephadex L H-20 ,
3

"H-NMR(500 M Hz ,ac-
etone ds)d :8 19(1H s,H-2) ,823(1H,d,J=7.0

Hz ,H-5) ,7. 27(1H ,t ,J=7. 0 Hz ,H-6) ,7. 23(1H,
t,J=7.0 Hz,H-7) ,7.55(1H ,d,J =7 0 Hz,H-8) ,
10. 0(1H ,s,H-10) “*CNMR(125 M Hz ,acetone-
d)d :139. 0(CG2) ,126. 5(C-3) ,121 0(C4) ,123 2
(C5) ,125 5(C6) ,124 0(C7) ,114 0(C8) ,139. 1
(C9) ,186 4 (C10) ESFMS m/ z:179.9[M +
Cl]~,143 9[M —H]~ 3
[5]
,HC-Mg
'H-NMR ®“CNMR
[6]
'H-NMR (500 M Hz,

CDCl:)d :5 38(1H t,J=24 Hz,H1) 3 66(1H,
ddd,J =5 5,10 4,10 4 Hz,H-8) ,2 36(1H ,ddd,
J=22,130,10 0 Hz,H9) ,2 32(1H,dd,J=
130,55 Hz ,H-$) ,1 96(2H ,m ,H-3) ,1 76(1H,
m,H-1) ,1 74(1H,m,H7) ,1 41 (2H ,m, H-6) ,
1 34(1H ,t ,H-4) ,1 24(3H,s,H-12) ,1. 20(3H s,
H-13) ,0. 96 (3H,s, H-15) ,0.88(3H,d,J=66
Hz, H-14) ,0 71 (1H,t, J= 13 2 Hz, H-2)
®CGNMR(125 M Hz ,CDCl5)d :140. 4(C-10) ,122 1
(C1) ,75 1(C-11) ,74 0(C8) ,49. 0(C7) 41 9(C
9) 40 6(C4) ,40 0(CG2) ,37. 4(C5) ,30 2(C12) ,
27. 1(G6) ,25 8(C3) ,23 6(C13) ,18 4(C15) ,
15 9(C14)
(10)-ene-8 ,11-diol 7]

AlCls

valene 1

mp 161 170
13C-NMR(125 M Hz ,CDCl3)d :140. 8(C5) ,138 3
(G22) ,129 3(CG23) ,121. 7(C6) ,71 8(C3) ,56. 9
(C14) ,56 0(C17) ,50. 2(CG9) ,42 3(C12) ,42 2
(G1) ,40. 5(CG20) ,39 7(C4) ,37.3(C10) ,36 5
(C2) ,31 9(G7,8) ,3L 7(C25) ,28 9(C16) ,25 4
(G-15) ,24 4(CG28) ,21 2(C11) ,21 1(C26,27) ,
19. 4(G-21) ,19 0(C19) ,12 3(C-18) ,12 1(C29)
BCGNMR &

®CGNMR (125 MHz,
Pyr)d : 140. 9(c—5) 138 8 (C22) ,129 5(C23) ,
121 9(C6) ,102 6(C1) ,78 6(C3) ,78 4(C5) ,
78 1(C3) ,753(C4) ,7.7(CG2) ,62 8(C#6) ,
56. 9(C14) ,56 1(C17) ,50. 4(CG9) ,46 0(CG24) ,
40. 8(C-13) ,39 8(C12) ,39.3(C1) ,37.5(C20) ,
36.9(C4) ,36. 4(C10) ,34 2(C2) ,32 2(C38),
32 0(CG7) ,30 2(CG25) ,29.3(C16) ,25 7(C15) ,
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24. 5(C-28) 21 5(C-11) ,21 3(CG26) ,19 4(C21) ,
19 2(G-19) ,19 0(CG-27) ,12 5(C18) ,12 2(CG29)
BGNMR (8]

®CGNMR (125 MHz,
CDCl3)d :174 1(o-c 0) ,140 4(C5) ,138 3(C
22) ,129. 4(C23) ,122 0(C-6) ,101 4(C1) ,79 9
(C3),76 3(CG5) ,736(C3) ,733(C2) ,70.5
(c4) 63 8(C6) ,56 9(C14) ,56 0(C17) ,51 3
(C9) ,50 2(C24) ,42 2(C13) ,40 6(C20) ,39. 8
(C4) ,39 7(CG12) ,37.3(C1) ,36 7(C10) ,32 0
(CG7) ,31 9(C8) ,31 9(C25) ,29 8(C2) ,29 1(C
16) ,25 4(C-28) ,25 0(C15) ,21. 3(CG-26) ,21 1(C
11) ,21 1(C-27) ,19. 4(CG-21) ,19 0(C-19) ,14 1(O

CH2 CHs) ,12 2 (G29) ,12 1 (CG18) ESFMS
m z:813 6[M + H]" ,
e 813 6,
_6'_

*H-NMR (500 M Hz,
MeOD)Jd : 655(1H s,H-3) ,6 00(1H,m, H-8) ,

Hz,H-6) ,3 69(1H ,dd,J=11 9,5 1 Hz,H-6) ,
3 49(1H ,dd,J=7.1,2 4 Hz,H-3) ,3 43(2H ,dd,
J=7.1,24 Hz,H4 ,5),335(2H,d,J=85
Hz,H7) ,322 (1H, m, H-2) “CNMR (125
M Hz ,MeOD)d :154 2(C-6) ,151 0(C-2) ,138 7(C
4) 138 4(C8) ,134 7(C1) ,116 2(C9) ,107. 6(C
3,5) ,105 6(C1) ,78 4(C2) ,77.9(CG5) ,75 8
(G3),71 4(CG4) ,62 7(CG6) ,57. 0(OMe x 2) ,
41 4(CG7) &
4-allyl-2 ,6-dimethoxyphenyl glu-
coside
"H-NMR (500 M Hz,
MeOD)d :7. 62/ 7. 59 (1H x 2,d,J =159 Hz, H-
3 x2),708(1Hx2,d,J=2 0 Hz,H-5 x2) ,6 99
(IHx2,dd,J=20,6 0 Hz,H-9 x2) ,6 81(1H x
2,dd,J=45,80 Hz,H-8 x2) ,6 36/6 24(1H x
2,d,J=159 Hz,H-2) ,5 41(1H,ddd,J=3 6,
36,109 Hz,H-3) ,533(1H,ddd,J=36,3 6,
3 6 Hz,H-5) ,4 00(1H ,dd,J=3 0,6 5 Hz,H-4) ,
3 72(3H,s,H-OMe) ,2 36 (1H x2,m,J=65,
13 4 Hz ,H-2,6) ,2 19(1H x2,dd,J =13 4 Hz ,H-

5 14(1H ,dd,J =17. 0,1 6 Hz,H-9) ,5 07(1H ,d, 2,6) “®CGNMR(125 M Hz ,MeOD) 1
J=115 Hz,H-9) ,4 83(1H ,d,J=7 6 Hz ,H-1), (10} 3,5
3 84(6H,s,0OMex2) ,380(1H,dd,J=119,2 4
1 BGNMR
Tablel “*C NMRData of compounds —
1 75 2 747 74. 8 1 168 6/ 168 5 168 8/168 0 168 4/ 168 0/ 167. 8
2 41 4 36 8 380 2 115 1/115 1 115 5/115 5 115 1/115 2/115 0
3 66. 1 69 8 69 3 3 147. 4/ 147. 4 146. 7/ 146. 9 147. 6/ 147. 9/ 148 0
4 75. 7 72 3 74. 8 4 127. 8/127. 7 128 0/ 127. 7 127. 6/ 127. 8/ 127. 6
5 66. 9 72 0 69. 7 5 115 2/114. 9 115 2/ 114 9 114 3/114 5/ 114 3
6 36 9 3B 7 365 6 146. 8/ 146. 8 147. 5/ 147. 2 146. 9/ 146. 9/ 146. 9
7 176. 2 175 7 175 6 7 149. 7/ 149. 6 149. 6/ 149. 8 149. 8/ 149. 7/ 149. 8
COOMe 530 531 53 2 8 116 5/116. 5 116. 5/ 116. 6 116 5/ 115 2/116. 5
9 123 2/123 3 123 1/123. 0 123 2/123 5/123 3
'H-NMR (500 M Hz, MeOD) 1 [
MeOD)d : 757(1H x2,dd,J=5 4,159 Hz, H- 3.4

3 x2) ,705(1Hx%x2,d,J=2 0 Hz,H-5 x2) ,6 92
(1Hx2,dd,J=71,136 Hz,H9 x2),6 77
(1Hx2,dd,J=82,13 8 Hz, H-8 x2),6 29
(1Hx2,d,J=159 Hz,H-2 x2) ,5 64(1H ,dd,
J=30,30 Hz,H5) ,506(1H,dd,J=30,80
Hz,H-4) ,4 34 (1H,m, H3) ,378(3H,s, H
OMe) ,2 37(1H x2,dd,J =3 7,14 6 Hz,H-2 6) ,
217(1H x2,m,H2,6) “CNMR (125 MHz,

*H-NMR (500 M Hz,
MeOD)d :7. 56/ 7. 56/ 7. 61(1H x 3 ,d,J =15 9 Hz,
H-3 x3) ,7.07/7.05/7. 03(1H x3,d,J =2 0 Hz,
H-5 x3) ,6 95/6 95/6 89(1H x3,dd,J=20,80
Hz ,H-9 x3) ,6.78/6. 78/6. 74(1H x3,d,J=8 0
Hz ,H-8 x3) ,6. 24/6 24/6. 32(1Hx3,d,J=19.0
Hz ,H-2 x3) ,5 66(1H,m,H-3) ,5 6(1H,m, H-
5) ,5.36(1H,m,H-4) ,3 75(3H,s,H-OMe) ,2 48
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(1H,dd,J=3 0,14 6 Hz,H-2) ,2 41(1H ,dd,J =
37,146 Hz,H6) ,229(1H,dd,J=37,128
Hz,H-6) ,2 20(1H ,dd,J=3 7,14 6 Hz, H-2)
BCGNMR(125 M Hz ,MeOD) 1

or 34,5

,mp 147 148
L Rf L
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