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L CQ Advantage MA X ,

AVANCE—400 J/Agilent 1200
, GF254 (
), Diaion HP-20 (
), oDSs (YMC) ,Sephadex L H-20
(Pharmacia) , ( CIL) , (
), ( )
«C )
2
2kg, 10
2 h, ,
(223 2 g) ,
Diaion HP-20 , - 50 %
- (42 6 g) ODS
. : 5 (
Fr.1 Fr.5) Fr.1 OoDS ,
HPLC( - - ,25 75 0.2),

5 Fr.2 Toyopearl Hw-40 , HPLC
« - - 40 60 02, 7 Fr.3
Toyopearl Hw-40 ,Sephadex L H-20

, oDSs HPLC,

13468 10 Fr.4 Toyopearl Hw-40

, oDs ( ,50 50) ,

2
3

1: ESFMS (negar

tive) m/ z207[M - H] ,

208, ‘'H-NMR ®CNMR ,

CioHsOs *H-NMR (400 M Hz , DM SO- ds)d :
6 01(1H,d,J=91 Hz,H3),778(1H,d,J =
91 Hz,H-4) ,6 64(1H,s, H5) ,3 75(3H,s,6
OCH:) *CNMR(100 M Hz ,DMSO-ds)d :160. 9
(C2) ,111 8(C-3) ,145 0(CG4) ,100 1(C5) ,139 3
(G-6) ,145 8(C7) ,139 1(C8) ,132 8(C9) ,109 2
(C-10) ,55 8(Cs-OCH:)

e 1 6 -7.8
, (fraxetin)
2: ESI-M S(positive)
m z 245[M + Na]* ,223[M +
H]", 222, 'H-NMR
B“CGNMR : Cu H100s

'H-NMR (400 M Hz ,MeOH-d:)d :6. 22(1H ,d,J =
9.6 Hz,H-3) ,7.84(1H ,d,J =9 6 Hz,H-4) ,6 91

(1H,s,H-5) ,3 89(3H ,s,660CH:) ,3 94(3H ,s,8&
OCH:) “CGNMR(100 MHz ,MeOH-d:)d :163 4
(C2) ,112 8(C3) ,146 5(C4) ,105 1(C5) ,147. 4
(C6) ,144 7(C7) ,136 2(C8) ,145 7(C9) ,112 2

(C10) ,56 9 (Cs-OCHs) ,61 6 (Cs-OCHs)
8]

2 6,8 -7- ,
(isof raxidin)
3: ESIFM S (negar
tive) m z477[M - H]
478, 'H-NMR ®“CNMR ,

Co H1s01s *H-NMR (400 M Hz ,DMSO- ds)
0:12 41(1H,s,50H) ,6 20(1H ,br s,H-6) ,6. 40
(1H ,br s,H-8) ,7.89(1H ,br s,H-2) ,6. 82(1H,
d,J=84 Hz,H5) ,7. 46 (1H ,br d,J =8 4 Hz,
H-6) ,536(1H,d,J=5 7 Hz, H1") ®CNMR
(100 M Hz . DM SO- &)d :157. 0(C-2) ,133 5(C3) ,
177. 3(C-4) ,161. 0(C5) ,98 8(C6) ,164 3(C7) ,
93 6(C8) ,156 3(C9) ,103 8(C10) ,121 1 (C
1) ,115 3(CG2) ,144 8(C3) ,148 5(C4) ,117. 8
(c5),1206 (C6) ,103 8 (C1") ,73 9(C2") ,
76. 2(CG-3') ,71. 5(C4") ,75 6(C5") ,170. 0(C-6")

[9,10] 3
-30
4: ESIFM S (negar
tive) m z461[M - H]
462, 'H-NMR “CNMR ,

Cat HisOz *H-NMR (400 M Hz ,DM SO- ds)
0:12 50(1H,s,50H) ,6 16 (1H ,br s,H-6) ,6. 38
(IH, br s, H-8),802 (2H,d, J= 8 7 Hz,
H-2 6) ,6 85(2H,d,J=8 7 Hz,H3 5) ,5 47
(1H,d,J=71 Hz, H1) “CNMR (100 MHz,
DM SO-d)d : 156 3 (CG-2) ,133 1(C3) ,177. 3(C
4) ,161. 0(C5) ,98 7(C6) ,164 3(C7) ,93 7(C
8) ,156. 3(CG9) ,103 9(C10) ,120. 6 (C1') ,130. 9
(G2),1150(C3) ,160. 0(C4) ,115 0(C5) ,
130.9(CG6) ,10L 1 (C1") ,73 9(CG2") ,76 0 (C
3) ,71 6(C4") ,75 1(CG5') ,170. 0(C6")

[11]' 4
_3. -
5: , ESFM S(negative)
m z353[M - H] ,
354 'H-NMR “CGNMR ,

Cis Hi1s09 *H-NMR (400 M Hz ,DM-
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SO-dk)d :1 78(1H ,m,H-2a) ,2 02(1H ,m,H-2b) ,
5 08(1H ,br s,H-3) ,3 54(1H ,br d,J=4 7 Hz,
H-4) ,3 93(1H ,brs,H-5) ,1 94(2H ,m,H-6) ,7. 03
(1H ,br s,H-2) ,6 76 (1H ,d,J=7.7 Hz,H-5) ,
6 96(1H ,br d,J =77 Hz,H-6) ,7. 42(1H ,d,J =
16.0 Hz ,H-7) ,6. 15(1H ,d,J =16 0 Hz, H-8)
“CG-NMR(100 M Hz DM SO-ds)d :73 5(C1) ,37. 2
(C2) 68 3(CG3) ,70.6(C4) ,70 9(C5) ,36 6(C
6) ,173 9(C7) ,125 5(C1') ,114 7(CG2) ,145 5
(G3),148 3(CG4) ,115 7(C5) ,12L. 2(C6) ,
144. 8(C7) ,114 3(C8) ,165 8(C9)

[12], 5 -3

, (chlorogenic acid)
6: ,

ESI-M S ( negative) m z
179[M - H] 180,
'H-NMR ®CNMR ,

CsHsOs *H-NMR (400 MHz,MeOH-d:)d : 7 02
(1H,J=20Hz,H2) ,6 77(1H,d,J=8 0 Hz,
H-5) ,6 92 (1H,dd,J=8 0,2 0 Hz, H-6) ,7. 52
(1H,d,J=160Hz, H7),621 (1H,d, J=
16. 0 Hz ,H-8) ®*CNMR(100 M Hz ,MeOH- d)d :
127. 8(C1) ,115 5(C-2) ,146 7(C3) ,149. 4(C4) ,
115 1(CG5) ,122 8(C6) ,147. 0(C7) ,116 5(C38) ,
171 0(C9) (3]
, 6 (ceffeic acid)

7: , ESIFM S(negative)

m z359[M - H] ,

360, ‘H-NMR *CNMR ,

Cis His0s "H-NMR (400 M Hz ,DM SO-ds)0 :
7.05(1H,br s, H2) ,6 77 (1H,d,J= 7.5 Hz,
H-5) .6 99(1H ,br d,J =75 Hz ,H-6) ,7. 43(1H,
d,J=16 0 Hz,H-7) ,6. 22 (1H,d,J= 16 0 Hz,
H-8) ,6. 67 (1H ,br s,H-2) ,6.62(1H ,br d,J =
7.5 Hz,H5) ,6 51 (1H,d,J= 75 Hz, H6),
2 99(1H,m,H-7a) ,2 89 (1H,m,H-7 b) ,5 01
(1H,d,J=50 Hz,H8) “CGNMR (100 MHz,
DMSO- )0 : 125 4 (C1) ,114 9(C2) ,145 6 (C
3) ,148 6(C4) ,115 8(C5) ,121 4(C6) ,145 6(C
7) ,113 6 (C-8) ,165 9(C9) ,127. 8(C1) ,116 7
(CG2) ,144 9(C3) ,1439(C4) ,115 4(C5) ,
120.0(C6) ,36. 3(C7) ,73 4(C8) ,171L 3 (C
9) - 7

8: , ESFM S(negative)

m z 521[M - H]

522, ‘H-NMR ®CNMR ,

C24 H2601z * H-NMR (400 M Hz ,DM SO- ds)9 :
7.04(1H ,br s, H2) ,7.01(1H,d,J=8 0 Hz,
H-5) ,6 98(1H ,br d,J =8 0 Hz,H-6) ,7 42(1H,
d,J=16 0 Hz,H7) ,6 23(1H,d,J=16 0 Hz,
H-8) ,6. 74 (1H,br s, H-2) ,6. 76 (1H,d, J=
8 0 Hz,H-5) ,6 64(1H ,br d,J=8 0 Hz,H-6) ,
3 04(1H,m,H7a),290(1H,m,H-7 b) ,5 01
(1H,d,J=50Hz, H8),461 (1H,d, J=
7.0 Hz,H-1") ®*CNMR (100 M Hz ,DMSO-ds)0 :
125 4(C1) ,113 2(C2) ,146 4(C-3) ,148 5(C4) ,
115 8(C5) ,121. 3(C-6) ,145 6(C7) ,116 8(C8) ,
165 9(C9) ,131 2(C1) ,116 6 (C2) ,146 0 (C
3) 144 0(C4) ,114 8(C5) ,119.9(C6) ,36 4
(CG7),726(C8) ,17. 4(C9) ,102 4 (C1") ,
73 3(G2") ,75 8(CG3') ,69. 8(CG4") ,77.1(C5") ,
60. 7(C6") o ,

8 -4 -
9: ESIFM S (negar
tive) m z167[M - H]
168, ‘H-NMR "“CNMR :

CeHsOs "H-NMR (400 M Hz ,MeOH- ds)d :
7.55(1H,J= 16 Hz, H2) ,6 80 (1H,d, J=
8 0 Hz, H-5) ,7.53 (1H,dd, J= 80, 1 6 Hz,
H-6) ,3 88(3H,5,40CH:) "“CNMR(100 M Hz,
MeOH-d)d : 115 6 (C2) ,148 5(C3) ,151 9 (C
4) 113 9(C5) ,125 0(C6) ,56. 4(Csi-OCHs)

[14]

, 9 , 3 -4

10: ESI-M S (negar
tive) m z 195[M - H]
196, 'H-NMR ®“CNMR ,

CioH120s *H-NMR (400 M Hz ,DM SO- dk)
, AMX )
7.42(1H,d,J=1 6 Hz,H-2) ,7. 49(1H ,dd,J =
80,.6Hz, H6) 683(1H,d,J=80 Hz,
H-5) 1,24 )

3 81(3H,s,3-0OCHs) ,
0 304(2H,t,J=6 4 Hz,
H2) 375(2H,t,J=6 4 Hz,H-3) “CNMR
(100 M Hz ,DM SO- dk) )
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197. 0 (CG1) 0 55 5 (Gs- (3] : : s
J]. , 2000, 17(1) : 50-52
OCHs)  HMBC W2 ©C1 W !
1 :;H2 H-6 0 152 5(C4) 2001, 12(7) : 587-588.
4 . [5] ) v
) ' [3]. , 2005, 28(1) : 3538
5 147.6(CG3) H5 3 g , S .
; 0 3 81(3-OCHs) GC3 , 2007 42 (4) :252-255
3 [7] ) ; .o ()
: [31. , 2008, 39(1) : 3436
10 3 -1 (3 S (8] :
., B-hydroxypropiovanillone *H-NMR (400 3] , 2008, 33(8) : 900-902

MHz DMSO-ds)d :3 04(2H ,t,J=6 4 Hz,H-2) ,
375(2H,t,J=6.4 Hz,H-3) ,7 42(1H,d,J=
16 Hz,H2),683(1H,d,J=80 Hz, H5),
7.49(1H ,dd,J=8 0,1 6 Hz,H-6) ,3 81(3H,s,

[9]

[10]

Tsutomu N, Yuka |, Hiroko M, et al. Triterpenes and fla-
vonol glucuronides from Oenothrecheiranthifolia [J]. Chem
Pharm Bull , 2007 , 55(2) : 334-336.

Brigitte M, Werner H, Eckard W, et al. Uwinduced biosyn-
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