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10 : (1) (2)
(3) hypolaetin-7- OB -xylopyranosde (4) hy-
pol aetin-7- OB -glycoside(5) (6)
(7) (8) (9) (10)
1 10
1
Sabinasinoal pina Sreng 2h,
2007 9
X4
( ), Finnigan L CQ Advan-
tage MAX ; Varian UNI-
TY INOVA 400 ,TMS ;
GF254
(100 200 200 300 )
: (Rp-18 F=s)  Merck
; ODS ( Cosmosil 75Cis
OPN) Nacalai Tesque : Sephadex L H-
20  Pharmacia Perkin-
Elmer 1700 ; TU-1901
2
234 g, (100 200 4
kg) , - (20 1,17 1,15 1,13 1,

10 18 1,7 16 15 14 13 1,2 1)
, 12
1 , Sephadex L H-20
1(50 mg) 2 Cis
Sephadex L H-20
mg) 4
mg) 7(50 mg) 56

9 (50
2 (120

Sephadex L H-20 3(24 mg) 7

) 4(50

mg) 8 . Sephadex L H-20
, 10(20 mg) 9
Sephadex L H-20 8 (150 mg)

10 6(20 mg) 12
, 4

2 5(40 mg)

3

1: ( ) ,mp 223 225
negative ESFMS: m/ z 161 17[M - H] 196 90
[M+Cl] ,32295[2xM - H] ,358 83[2M +

o 162 UV (MeOH)
nm:217,319; IRV mx (cm™*) :3 438,3 160 ,2 363,
1 683 (3438 cm™*')
(2363 cm™*') (1683 cm ')
'H-NMR “CNMR

ABX :7.52(1H,d,J=8 4 Hz, H-5) ,

6 78(1H,dd,J=8 4,2 4 Hz,H-6) ,6 71(1H ,d,
J=2 4 Hz ,H-8) ; :7.93(1H,
d,J=9 2 Hz,H-3) ,6 20(1H ,d,J =9 6 Hz,H-4)

'H-NMR (DM SO
)0 :7. 93(1H,d,J=9 2 Hz,H-3) ,7.52(1H ,d,
J=84 Hz,H5),6 78(1H,dd,J=8 4,2 4 Hz,
H-6) ,6. 71(1H ,d,J =2 4 Hz,H-8) ,6 20(1H ,d,
J=96 Hz,H-4) ,10. 58 (1H ,s,0H-7) ;*CNMR
(DM SO-ds)d : 160 6 (C-2) ,111 6(C3) ,144 7(C
4) 129 7(C5) ,113 3(C6) ,161 5(C7) ,102 3(C
8) ,111 6(C9) ,155 7(C-10)

[2], 1
2: (MeOH) ,mp >300

- ESFMS m/ z:539 34[ M +
H]* ,537.27[M - H] , 538
FeCls )

UV AT nm: 217, 225, 274, 329 IRV o
(cm™*) :3322,1 662 (3322
cm ) (1662cm™ ) 'H-NMR
B“CGNMR :

10 ,6.76 (4H,d, J=
8 8 Hz,H-3 5 3”57 ,680 (2H,s, H6,6),
7.50(4H ,d,J =8 8 Hz ,H-2 6 ,2”,6") 3
dy 13 16 (1H,s) ,10. 83 (1H,s) ,
10. 30(1H ,9) , . A 5,7
) B 4

, '"H-NMR (DM SO- ds)d :
6 47(2H,s,H3,3") ,6 76 (4H ,d,J= 8 8 Hz,
H-3 ,5 ,3”,5") .6 80(2H,s,H-6,6) ,7. 50 (4H,
d,J=88 Hz,H-2 6 ,2”6") "CNMR(DMSO
d)d :163 82(CG2,2") ,102 87(C-3,3") ,182 30(C
4.4") ,161 30(C5,5") ,98 71(C6,6") ,162 74(C
7,7) ,98 55(C8,8") ,155 06(C-9,9") ,104 00(C
10,10") , 121 45 (G1 ,1" ,128 21 (G2 ,2"),
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116 11(C3 ,3") ,161 11(C4 ,4") ,116 11(C5
57) ,128 21(C6 ,6")
(a1 2
3: ,mp 220 221 nega-
tive ESFMS:359.22[M + Cl]™ ,647. 01 [2M -
H]  ,682 83[2M + CI]" ,
324 UVARS" nm:217,290,320; IRV max (cm™ ') :
3443,2931,2 376,1 704

(3443 cm™) (2376 cm™ ') (1704
cm't) 'H-NMR ,
5 02(1H,d,J =7 2 Hz ,glc H-1) 8 01
(1H,d,J=9.6 Hz,H-4) ,7.66(1H ,d,J=8 8 Hz,
H-5) ; ABX :7.66(1H ,d,

J=88Hz,H5) ,7 02(1H,dd,J=8 4,2 4 Hz,
H-6) ,7.05 (1H,d, J= 2 4 Hz, H-8) 'H-NMR
(DM SO-ds)d :8 00(1H ,d,J =9 6 Hz,H-4) ,7. 66
(1H,d,J=8 8 Hz,H-5) ,7.02(1H ,dd,J=8 4,
2 4 Hz ,H-6) ,7.05(1H ,d,J =2 4 Hz,H-8) ,6 34
(1H,d,J=9.6 Hz,H-3) ,5 41(1H ,d,J =4 8 Hz,
-OH) 5 14(1H ,d,J =4 4 Hz-OH) ,5 07(1H ,d,
J=52Hz-OH) 5 04(1H,d,J=7 2 Hz ,H-1) ,
461(1H,t,J=52,6 0 Hz,-OH) ,3 72(1H ,q,
J=88,64Hz,H5),313 3 48(5H,m,glc H-
2 4 .6) “CNMR(DMSO-d)d :160 45(C2) ,
160. 45(C7) ,155 26 (C-9) ,144 46 (C4) ,129. 65
(C5) ,113 67(C-6) ,113 49(C3) ,113 36(C-10) ,
103 40(C-8) , sugar moiety: 100 20 (CG1') ,77. 36
(G3),76 71 (C5) ,73 34(CG2) ,69.86 (C4) ,
60. 87(C6) e
3
4. ,mp 215 217 ;nega
tive ESFMS nv z:433 63[M - H] ,469 72[M +
Cl]™ ,867.60[2M - H]  ,903 34[2M +CI] ;
434 FeCls ,
;UVARS" nm:273,303,
342;1RV rax (cm™ ') :3 313,1 662,

(3313cm™?) (1662 cm™*)
"H-NMR .1
4 98(1H,d,J=7 6 Hz,H1) B
ABX : 3 4 ‘H-NMR

(DMSO-ds)d :6. 73 (1H,s,H-3) ,12 40 (1H ,s,5
OH) ,9 96 (1H,s,80H) ,9 49(1H,s,4-0OH) ,
8 69(1H,s,3-OH) ,6. 57(1H,s,H-6) ,7. 50(1H,
brs,H-2) ,691(1H,d,J=80 Hz,H-5) ,7. 50

(1H,d, H-6) ,4 98 (1H,d,J= 76 Hz, H-1") ,
326 381(5H,m,xyl H-2' 5):®*CGNMR(DM-
SO-ds) 9 :164 13(CG2) ,102 63(C3) ,182 11 (C
4) 152 25(CG-5) ,98 34(C6) ,150. 82(C7) ,126. 91
(C8) ,144 46(CG9) ,105 15(C-10) ,121 53(C1) ,
115 90(C2) ,145 62(C-3) ,149 83(CG4) ,113 51
(C5) ,119 16(C6) ,101 53(C1") ,72 90(C2") ,
75 55(C-3") ,69. 21(C-4") ,65 78(C5")

[5] , 4 hy_
polaetin-7- OB -xylopyranos de
5: ,mp 257 258 ;negar
tive ESFMS nv z:463 20[M - H]  ,927. 07[M -
H] 464 FeCls
S UV A MeoH
nm: 260, 273, 303, 342; IRV e (cm ') : 3292,
1665, (3292 cm™ )
(1665 cm™*) UV IR 'H-NMR
BCGNMR , 5 4
TLC ., R
, hypol aetin
, TLC

hypolaetion- Of3 -glycoside
"H-NMR(DMSO-ds)d :6 73 (1H,s, H-3) ,12 39
(1H,s,50H) ,9.69(1H ,br s,8-0OH ,4-0OH) ,8 65
(1H,s,3-0OH) ,6. 64(1H ,s,H6) ,7. 50(1H ,s, H-
2) ,6.90(1H ,br d,J=8 8 Hz,H-5) ,7. 50(1H ,br
d,J=76Hz,H6),494(1H,d,J=7 6 Hz,
H-1") ,3 74(1H ,br d,J =10 8 Hz,H-5") ,3 48
3 16(5H ,m,glc H-2' 4'.6");
(o1 5
78-glycoside
6: ( ) ,mp 286
287 ,ESFMS nv z:537.58[M - H] ,573 12
[M+Cl]” ,1076 19[2M - H]  ,FeCls

UV AR nm:275,330; IRV mex (cm™ ') :
3438,1 655, (3438 cm™*)
(1 655 cm) 'H-NMR “CNMR
Cao H1s010 ®GNMR
;'H-NMR 12 ;
646 (1H,d, J= 24Hz) ,618 (1H,d, J=
2 4 Hz) ,6. 40(1H,s) ,7.58(2H ,d,J=2 4 H2) ,

hypolaetin- O
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6 72(2H,d,J=8 8 Hz) ,6. 84(1H,s) ,6 80(1H,
s) ,8 00,8 0L(2H,m) ,7.15(1H,d,J=9 2 H2) ;
. A 5,7

: B 4 ;
1.4 :7.58(2H ,d,J=8 8 Hz) ,6 72
(2H ,d,J=8 8 H2) ; 1,2,3.4 :
646 (1H,d, J= 24Hz ,618 (1H,d, J=
2 4 Hz) ,

; 6 :13 11(1H,s) ,12 98
(1H,s) ,10 81 (1H,s) ,10. 62 (2H ,br s) ,10 27
(1H,s) 'H-NMR(DMSO-d)d :6 46(1H ,d,J =
2 4 Hz ,H-2) ,6 18(1H ,d,J=2 4 Hz,H-6) ,6 40
(1H,s,H-6") ,7.58(2H ,d,J =8 8 Hz,H-2",6") ,
6 72(2H ,d,J=8 8 Hz,H-3"5") ,6. 84(1H ,s,H-
3) ,6 80(1H,s,H-3) ,800,801(2H,m,H-2 ,
6),715 (1H,d, J= 92 Hz, H-5) ; ®*CNMR
(DM SO-ds)0 : 164 3(CG2) ,103 1(C3) ,182 2(C
4) ,161 9(C5) ,99 3(C6) ,164 3(C7) ,94 5(C
8) ,157. 7(C9) ,104. 0(C10) ,121. 2(C71') ,128 2
(G2) ,12007(CG3) ,160.3(C4) ,116. 2 (C5) ,
131 8(C6') ,164 1(C2") ,103 0(C3') ,182 5(C
4") 161 1(CG5') ,98 9(C6") ,161. 6 (C7") ,104 2
(C8) ,155 0(C9) ,104 1(C10) ,121. 9(C1" ,
128 6(CG2") ,116 2(CG3") ,161 1(CG4") ,116 2(C
5") ,128 5(C6") ,

U 6

7: ( ) .mp 246 249
ESFMS:m/ z 161[M - H] ,197. 13[M + CI] ™,
323 30[2M - H]

162 UV An™ nm:320; IRV ek (cm™*) : 3 445,

2335,1 690, (3445 cm™)
(1690 cm™*) 'H-NMR 0 624
(1H,d,J=10 Hz) 7.65(1H,d,J=9 2 Hz)

AB :7.35(1H,d,J=8 4 Hz) ,6 79
(1H,dd,J=30,80Hz) 68 (1H,d,J=
2 0 Hz) ABX , B
6 15(1H ,br 9 , 6

"H-NMR (DMSO- )8 :6 24 (1H,d, J = 10 Hz,

H-3) ,6. 79 (1H ,dd,J=3 0,8 0 Hz, H-7) ,6 85

(1H,d,J=2 0 Hz,H-8) ,7.35(1H ,d,J =8 4 Hz,

H-5) ,7.65(1H ,d,J =9 2 Hz,H-4) ,6 16 (1H ,br

s,0H-7) -
7 6 ,

8: ( ) ,mp 178 182 ;
ESFMS nv z:447. 15[M - H] ™ ,448 13[M]",
448
Car H20Ou1 12 UV ARR" nm: 260,
350; IRV max (cm™*) :3 445 ,2 363 ,1 655
(3445cm™) (1655 cm™*)
"H-NMR 5 :7.30(1H ,d,
J=12Hz) ,727(1H,d,J=8 0 Hz) ,6 89(1H,
d,J=84Hz) ,639(1H,d,J=16Hz) ,621
(1H,d,J= 12 H2; 639 (1H,d, J=

16 Hz) ,6 21(1H ,d,J=1 2 H2) A
H-8,H-6 ; 7.30(1H,d,J=
12 Hz) ,7.27(1H,d,J=8 0 Hz) ,6. 89 (1H,d,
J=8 4 H2) B H-2,H-6 ,H-5
;5 25(1H ,s) H-1 ,
0. 82(3H,d,J=5 6 H2) ;
4 :10. 88(1H ,br s) ,

1266 (1H,s), 972 (1H,s), 936 (1H, s)
"H-NMR(DM SO- ds)d :12 66(1H ,s,0H-5) ,10. 88
(1H ,br s,0H-7) ,9 72(1H,s,0H-4) ,9 36 (1H,
s,0H-3) ,730(1H,d,J=12 Hz,H6) ,7 27
(1H,d,J=80Hz, H-2),689 (1H,d, J=
8 4 Hz ,H-5) ,6 39(1H ,d,J =1 6 Hz,H8) ,6 21
(1H,d,J=12Hz,H6);525(1H,s, Hn1) ,
3 97(1H ,br s,Hm2) ,3 52(1H ,dd,J =8 0 Hz,
Hra-3) ,3 17(1H ,t ,J=8 0 Hz ,Hma4) ,0. 81(3H,
d,J=8 0,6 4 Hz,Hm-6)

[9], 8

9: ( ) ,mp 275 277

ESFMS nmv/ z:285 56 [M - H] ,57L 30[2M -
H] ,607.19[2M + CI]

286, Cis H100Os ,
11 ,FeCls ,
UV Am™ nm:280,370; IRV max (cm™ ) :
3431,2 328,1 620; (3431
cm't) (1620cm™*) 'H-NMR(DM-
SO-ds) 6 4 :6 18

(1H,d,J=20Hz ,643(1H,d,J=20 Hz ,
6. 91(2H,d,J=8 8 Hz) ,8 02(2H ,dd,J=8 8,
0.8 Hz) ,10. 80 (1H,br s) ,12 48(1H,s) ,10 11
(1H,9) ,9 40(1H ,br 9 B
, AA'BB , A 5,7
,6.43(1H,d,J=1 6 Hz) ,6 18(1H,
J=12 Hz) A H-8 ,H-6
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D 6 78 ,
H-3 ,
'H-NMR(DMSO-ds)d :6 18 (1H,d,J =2 0 Hz,
H-6) ,6. 43(1H ,d,J=2 0 Hz,H-8) ,6. 91(2H ,d,
J=88Hz, H2 6),802(2H,dd, J= 88,
0. 8 Hz) ,10. 80(1H ,br s,7-OH) ,12 48(1H,s,5
OH) ,10 11 (1H,s,6-0OH) ,9.40 (1H, br s,3

OH) [0]
9
10: ( ) ,mp 340 342
ESFMS nv z:270. 30[M - H]
270, NMR Cis H10Os
11 ,FeCls )
UV AR nm:270,325; 1RV rax (cm™ ) :
3431,2 335,1 655, (3431
cm™Y) (1655 cm ™) 'H-NMR
7 2 16 18(1H ,d,

J=22Hz) ,647(1H,d,J=2 2 Hz) ,6 78 (1H,
s,H-3) ,6.93(2H,d,J=8 8 Hz) ,7.94(2H,J =
8 8 Hz) ,10. 69(1H ,br s) ,12 96(1H ,s)
B ., AA'BB
, A 5,7 O 678
H-3 ,
'H-NMR (DMSO-d)0: 618 (1H,d, J=
2 2 Hz,H-6) 6 47(1H ,d,J=2 2 Hz) ,6 78(1H,
s,H-3) ,6. 93(2H ,d,J=8 8 Hz,H-3 5) ,7. 94
(2H,J=8 8 Hz,H-2 ,6) ,10. 69 (1H ,br s, H-4-

OH) ,12 96(1H,s,H-50H)

[11] ' 10
4
45 5mg, 200 mL )
1% 100 mL 40 min, ,20
mL 3
2 1 mL ,
TLC , Rf ; 45
TLC , Rf
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