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200 ) , - 9 1) ,
10 (Fr1 10) Fr3 Fré6 ,
s Fr 7
HP-20 ,0% 10%
30% 50 % 70 % , ,10 %
30% 50 % 70 % ; 10 %
(3079 (200 300 ) , -
- (7 1 01) , 3
(38g) HPLC (Alltech Econosil
Cis ,10% ,8 0 mL/ min,204 nm)
(359) HPRC
(Alltech Econosl Cis ,10 % ,8 0 mL/ min,204
nm) HP-20 30%
(317 9) (200 300 )
, - - (8 2 02 , 4
(6 0g) Sephadex L H-20 ,
- (0% -50 %) ,
(117 g) HPLC ( Zorbax
Cis) .21 % ,2 8 mL/ min,204 nm)
3

: , 5%

UV AM™ nm:277,227; [0 ]& —120.0 (c
0. 30 ,MeOH) :CD nm@e ,MeOH) :220( + 1 13) ,
239 (—0.79) ,290 (—0 30) HR FAB-MS v z:
653 245 89[M —H]~ 'H-NMR (500 M Hz ,DM-
SO-d6)d :6. 95(1H ,d,J =1 5 Hz,H-2) ,7. 05(1H,
d,J=8 5 Hz,H-5) 6 87(1H ,dd,J=8 5,1 5 Hz,
H-6) ,5 43(1H ,d,J=7 0 Hz,H-7) ,3 40(1H ,m,
H-8) ,3 60 (1H,m, H-9a) ,3 69 (1H,m, H-9b) ,
6 68(2H ,s,H-2 ,6) ,2 51(2H ,t,J=8 0 Hz,H-
7).,168(2H,m,H8) ,338(2H,m,H-9) ,3 73
(3H,s,3OMe) ,3 76 (3H,s,3-OMe) ,4 83(1H,
d,J=75 Hz,glc H1) ,3 23(1H,m,gdlc H2),
3 24(1H ,m ,glc H-3) ,3 09(1H ,m ,glc H-4) ,3 44
(1H ,m,glc H-5) ,3 41(1H ,br d,J =11 5 Hz,glc
H-6a) ,3 82 (1H ,br d,J=11 5 Hz,glc H-6b) ,
4.79(1H,d,J =2 5 Hz ,api H-1) ,3 71(1H ,m ,api
H-2) ,356(1H,d,J=95 Hz,api H-4a) ,3 84
(1H,d,J=9 5 Hz,api H-4b) ,3 29(1H ,dd,J =
55,11 5 Hz ,api H-5) “*CNMR(125 M Hz ,DM-
SO-d6)d : 135 5(C1) ,110. 3(C2) ,149. 0 (C3) ,
146 2(CG4) ,115 4(CG5) ,118 2(C6) ,86 5(C7) ,

53 4(C8) ,62 9(C9) ,135 2(C1) ,112 5(C2) ,

143 4(CG3) ,145 5(C4) ,128 9(C5) ,116 5(C

6),31.6(C7) ,34 7(C8) ,60 2(CG9) ,55 7(2 %

OCHs) ,glc:100. 3(C1) ,73 1(C2) ,76 7(C3) ,

69 8(C4) ,75 5(C5) ,67.5(C6) ,api:109 2 (C

1) ,75 8(C2) ,78 7(C3) ,73 3(C4) ,63 1(C5)
(7R,89)-

4-0B-D- -(1 -6)-0B-D-

[ (7R, 8S)-dihydrodehydrodiconiferyl alcohol 4-
OB - D-apiof uranosyl- (1 — 6)-0B- D-glucopyrano-
side] R

: 5%
UV AR nm:277,226; [a 13 —74 3 (c
0. 70 ,MeOH) :CD nm @ ,MeOH) :219(—40 3) ,
244(+16.8) ,294(+10.3) TOFMS v z:540
[M+NHs]* ,545[M + Na]* 561[M + K]*
'H-NMR(500 M Hz ,DMSO-ds)d :6. 95(1H ,d,J =
15 Hz,H2) ,705(1H,d,J=85 Hz,H5) ,6. 83
(1H ,br d,J=85 Hz,H-6) ,545(1H,d,J=6.5
Hz ,H-7) ,3 40(1H ,m,H-8) ,3 60(1H ,m,H-%a) ,
3 69(1H ,m,H-9b) ,6. 67(1H,s,H-2) ,6 68(1H,
s,H-6) ,251(2H,t,J=8 0 Hz,H-7) ,1 67(2H,
m,H8),338(2H, m, H9) ,374 (3H, s, 3
OMe) ,3 76 (3H,s,3-OMe) ,4 88(1H ,d,J =75
Hz ,glc H-1) ,3 23(1H ,m,glc H-2) ,3 24(1H ,m,
glc H-3) ,3 15(1H ,m,glc H-4) ,3 26 (1H ,m,glc
H-5) ,3 41 (1H,m,glc H-6a) ,3 63(1H,dd,J=
55,11 5 Hz,glc H-6b) “CGNMR (125 MHz,
DMSO-ds)d : 135 5(C1) ,110. 3(CG2) ,148 9 (C
3) ,146. 1(C4) ,115 2(C5) ,118 0(C6) ,86 5(C
7) 53 6(C8) ,63 1(C9) ,135 2(C1) ,112 4(C
2) ,143 4(C3) ,145 5(C4) ,128 8(C5) ,116. 5
(C6) ,3L.6(C7) ,348(C8) ,60.2(C9) ,557
(2xOCHs) ,glc:100 0(C1) ,73 2(C2) ,77. 0(C
3) ,69 7(C4) ,76 9(CG25) ,60. 6(C-26)
(7S,8R)- 4-0B-
D- [ (7S, 8R)-dihydrodehydrodico-
niferyl alcohol 4- OB - D-glucopyranoside] a
: , , 5%
UV ARS" nm: 281, 229;
1% +300 (¢ 030, MeOH) *H-NMR (500
MHz ,DMSO-ds)0 :6. 89(1H ,br s,H-2) ,6. 76 (2H ,
d,J=85 Hz,H5,6) ,539(1H,d,J=6 5 Hz,H-
7) ,3 40(1H,m,H-8) ,358(1H,m,H-9a) ,3 68
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(1H,m,H-9b) 6 71(2H ,s,H-2 ,6) ,2 57(2H ,t,
J=7.5,7.0 Hz,H7) ,2 77(2H,m, H-8) ,3 39
(1H,m,H-9a) ,3 78(1H ,m,H-9 b) ,3 73(3H,s,
3-OMe) ,3 75(3H,s,3-OMe) ,4 10(1H ,d,J=7.5
Hz,glc 103 0 H-1) ,2 96 (1H ,m,glc H-2) ,3 04
(2H ,m,glc H-3,5) ,3 11(1H ,m,glc H-4) ,3 43
(1H ,m ,glc H-6a) ,3 62(1H ,dd,J =5 5,11 5 Hz,
glc H-6b) “CNMR (125 MHz,DMSO-ds) 9 :
132 5(C1) ,110. 3(CG-2) ,147. 5(C-3) ,146 3(C4) ,
115 3(C5) ,118 5(C6) ,86 9(C7) ,53 3(C8) ,
63 0(C9) ,134 6 (C1) ,112 5(C2) ,143 3(C
3) ,145 6(C4) ,129. 0(C5) ,116 5(C6) ,31 4
(C7) ,3L4(C8) ,67.9(C9) ,55 6(3-OCHs) ,
55 7(3-OCH:) ,glc:103 0(C1) ,73 5(C2) ,76 8
(C3) ,70. 1(C4) ,76 7(C5) ,61 1(C6)
(7TR,89)- 9-O

[ (7R, 8S)-dihydrodehydrodico-
(51

B-D
niferyl alcohol 9 -0 - D-glucopyranoside]
5% UV An™ nm: 269,
218;:[0 ] —21. 8 (c 1 10, MeOH) ,CD nm (L ,
MeOH) :231(—56) *'H-NMR (500 M Hz,DM-
SO-ds)0 6. 98(1H ,d,J =1 5 Hz,H-2) ,7. 01(1H,
d,J=85 Hz,H5) 6 83(1H,dd,J=8 5,1 5 Hz,
H-6) ,4 82(1H ,d,J=50 Hz,H-7) ,4 12(1H ,m,
H-8) ,3 38(1H,m, H-9a) ,3 67 (1H,m, H-9b) ,
6 72(2H ,s,H-2 6) 6. 45(1H ,d,J=15 5 Hz ,H-
7).,632(1H,dt,J=155,50 Hz,H8) ,4 09
(2H,d,J=45 Hz,H-9) ,3 74(3H,s,30OCHs) ,
3 75(6H,s,3 ,5-OCHs) ,4 85(1H ,d,J=7 0 Hz,
glc H-1) ,3 23(1H ,m,glc H-2) ,3 24(1H ,m,glc
H-3) ,3 15(1H ,m,glc H-4) ,3 27(1H ,m,glc H-
5) ,3 42(1H ,dd,J =11 5,6. 0 Hz,glc H-6a) ,3 66
(1H,d,J=11 5 Hz,glc H-6b) “CNMR (125
M Hz ,DMSO-ds)0 :136 2(C1) ,111 3(CG2) ,148 4
(CG3) ,145 4(C4) ,114 7(C5) ,119.1(C6) ,7L 9
(G7) ,86 1(C8) ,59 7(C9) ,132 4(C1) ,103 6
(G2) ,152 8(C3) ,134 8(C4) ,152 8(C5) ,
103 6(C6) ,128 5(C7) ,130. 2(C8) ,61. 5(C
9) ,55 6(3-OCHs) ,56. 0(3 ,5-0OCHs) ,glc:100 2
(C1) ,73 2(CG2) ,77. 0(C3) ,69. 6(C4) ,76. 9(C
5) ,60. 6 (C-6) B

(citrusin B) (6]

. 1041 -
5% UV Am™ nm: 279,
227;[0 ]& +11 2(c 0.50,MeOH) CD nm (L |,

MeOH) :224(—4.7) *H-NMR (500 M Hz,DM-
SO-d)d:6 70 666 (3H, m,H5,5 ,6),6 81
(2H,d,J=20 Hz,H2,2),697(1H,dd,J=
85,20 Hz,H6) ,8 79(1H,s-OH) ,2 45(1H,
dd,J=135,11 0 Hz,H-7a) ,2 85(1H ,dd,J =
13 5,4 5 Hz ,H-7b) ,2 60(1H ,m,H-8) ,3 54(1H,
t,J=80,70 Hz,H9a) ,385(1H,t,J=85,7.0
Hz ,H-9b) ,4 64(1H,d,J=65 Hz,H-7) ,2 19
(1H,m,H-8) 34 37(2H,m,H9) ,3 73(6H,
$,3,3-OCH:) ,4 82(1H,d,J =75 Hz,glc H-1)
BCGNMR (125 MHz,DMSO-ds)d : 134 6 (C1) ,
113 2(CG-2) ,148 8(C3) ,145 5(C4) ,115 4(C5) ,
120. 3(G6) ,32 1(C7) ,4L. 7(C8) ,71. 1(C9) ,
134 7(CG-1) ,110 0(CG-2) ,147. 3(C3) ,144 8(C
4),1150(C5) ,118 1(CG6) ,8L 7(C7) ,52 2
(c¢8),585(C9),557 (30CHs) ,556 (3-
OCHs) ,glc:100. 4(C1) ,73 2(C2) ,76 9(C3) ,
69 7(C-4) ,76. 8(C5) ,60. 6(C6)

(+)- oB-D-
[ (+)-laridresnol -OB- D-glucopyranosde] [
: , mp 316 318

*H-NMR(500 M Hz ,CDCl; + MeOD)d :0. 71,0. 80,
0.90,0091,0.95,1.65( 3H,s,6x-CHsz) ,2 98
(1H,m,H-19) ,3 11(1H ,dd ,H-3) 4 55(1H ,s,H-
29) ,4 68 (1H,s, H-29) “CNMR (125 MHz,
CDCl: + MeOD)d :39 9(C1) ,27. 9(C2) ,79. 7(C
3) ,40. 0(C4) ,56 6(C5) ,19 4(C6) ,35 5(C7) ,
41 8(CG8) ,51 7(C9) ,38 2(C10) ,22 0(C11) ,
26 7(C12) ,39. 4(C-13) ,43 5(C14) ,31 6(C15) ,
33 3(C16) ,57. 3(C-17) ,48 2(CG18) ,50. 3(C-19) ,
151 7(C20) ,30.8(C21) ,38 2(C22) ,28 8(C
23) ,16. 3(CG-24) ,16 8(C25) ,17. 0(C-26) ,15 5(C
27) ,180. 1(C-28) ,110. 4(C-29) ,20. 1(C-30)

(betulinic acid)
8]

BCGNMR ,

, 'H-NMR

A'-
NMR , NMR

[9.10] A7' (St|g'
mast-7-en-$-ol ) ( spinasterol ) ,
'H-NMR ®CNMR :
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A'- :*H-NMR (500 M Hz,CDCl3)d :
0 53(3H,s,Me18) ,0 79 0 84(12H,s,Me19,
26,27 ,29) ,0.92(3H ,d,J =65 Hz,Me21) ,3 60
(1H,m,H-3) ,5 16 (1H,m,H7) “CGNMR(125
M Hz ,CDCl:)d :37. 1(CG1) ,31 4(C2) ,71. 0(CG3) ,
38 0(C4) ,40 2(C5) ,29. 6 (C6) ,117. 4(C7) ,
139 6(C-8) ,49 4(C9) ,34 2(C10) ,21. 5(C11) ,
39 5(C12) 43 3(C13) ,55 0(C14) ,23 0(C15) ,
27. 9(G-16) ,56. 0(C-17) ,11 8(C-18) ,13 0(C19) ,
36 6(C-20) ,19 0(C21) ,33 8(C22) ,26 1(C23) ,
45 8(CG-24) ,29. 1(CG-25) ,19 8(CG26) ,19 0(CG27) ,
23 0(CG28) ,11. 9(C-29)

:"H-NMR (500 M Hz,CDCl5)d : 0 55
(3H,s,Me18) ,080 0 82(9H,m,Me19,27,
29) ,0.85(3H,d,J=65 Hz,Me26) ,1 02(3H ,d,
J=65 Hz,Me21) ,3 59(1H ,m,H-3) ,5 02(1H,
dd,J=9,15 Hz,H-7) ,5 15(2H,m, H-22,23)
BCGNMR(125 M Hz ,CDCl3)d :37. 1(C1) ,31 4(C
2) ,71. 0(CG3) ,38 0(CG4) ,40. 2(C5) ,29.6(C6) ,
117. 4(C7) ,139. 5(C8) ,49. 4(C9) ,34 2(C10) ,
21 5(C-11) ,39 4(CG12) 43 3(C13) ,55 1(CG14) ,
23 0(C-15) ,28 5(C-16) ,55 8(C-17) ,12 0(C-18) ,
13 0(C19) ,40. 8 (CG20) ,21 4(C21) ,138 2 (C
22) ,129. 4(C23) ,51 2(C24) ,31. 9(C25) ,21 1
(C26) ,19 0(CG27) ,25 4(C28) ,12 3(C29)

5% UV ARL" nm: 270,
227 *H-NMR (500 M Hz ,DM SO-ds)d :6 33(2H ,
s,H-2,6) ,3 57(3H,s,40CHs) ,3 73(6H,s,3,5
OCHs) ,4 78 (1H ,d,J =70 Hz,glc H1) ,4 79
(1H,d,J=3 0 Hz ,api H-1) ,3 56(1H,d,J=10.0

4b) ®CNMR(125 MHz,DMSO-ds)0 :132 4 (C
1) ,94 2(C2) ,153 1(C3) ,153 9(C4) ,153 1(C
5) ,94 2(C6) ,55 8(3,50CH:s) ,60. 7(4-OCHs)
glc:100. 8 (C1) ,73 1(CG2) ,76. 4(C3) ,70. 0(C
4) ,75 5(C5) ,67. 8(C6) ,api:109 1(C1) ,75 8
(G2) ,78 7(CG3) ,73 2(C4) ,62 8(C5)
3,4,5 -1-0OB-D-

-(1 -6)-0B-D- (3,4 ,5tri-
met hoxyp henyl-1- OB - D-apiof uranosyl- (1 —6)-0B-
D- gl ucopyranosi de) 2]
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