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(8) (9)
(10) (11) (12)
13569 12 ,
47 8
1
(400 500 )
: (100 mm x 100 mm)
ODS
ARX-500 (TMS ), Bruker
HRMS APEX FT-ICRMS

, Bruker Daltonnics

Dioscorea ni pponica Makino

2
5 kg,70 %
112(25 ), ,
4
(100. 0 g) :
- (10 1 10) - (5 1
10) - (20 1 10)
,ODS - :
129
12
(40009 ,
- (20 1 10) - - - (2
2 4 1) ,ODS -
3 810 11
3
1: (MeOH) -
, 'H-NMR
(CD:;0D) 0 8 43(brs),

, 0 7.32(2H,d,J=
85Hz) 0669(2H,d,J=85 Hz) 9 7.46(2H,
d,J=85Hz) 06 73(2H,d,J=85 Hz)
AA'BB' 0 6 92(1H,d,J=

15 5 Hz) ,6. 85(1H ,dd,J =15 0,10. 5 Hz) ,6 55

(1H,d, J= 150 H2) d 7.56 (1H,d,J=

16. 0 Hz) ,6. 91(1H ,d,J =16 0 H2)
®CNMR(CDs;0D) 19

HMBC
1 1.7 -(4 )-1.,4.,6 -3
1 :"H-NMR (CDs0D)

0:7.56(1H ,d,J =16 0 Hz,H-1) ,6 91(1H ,d,J =

16. 0 Hz,H-2) ,6.55 (1H ,d,J = 15 0 Hz, H-4) ,
7. 43(1H ,m,H-5) ,6. 83(1H ,m,H-6) ,6 92 (1H,
d,J=155 Hz, H7) ,7. 46 (2H,d,J= 8 5 Hz,
H2 6).,6 73(2H,d,J=85 Hz,H-3 5) ,7. 32
(2H,d,J=85Hz,H2' 6,669 (2H,d,J=
8 5 Hz,H-3' ,5") ;®*CGNMR(CDs0D)? : 145 2 (C
1) ,123 4(C2) ,191 8(C-3) ,128 6(C4) ,146 1(C
5) ,125 4 (CG6) ,143 8(C7) ,127.8(C1') ,13L 7
(G2 ,6) ,117.0(CG3 ,5) ,161 7(C4) ,129 4(C
1") ,130 3(G-2' ,6") ,116 8(CG3' ,5") ,160. 3(C-4")
[2]

1 1,77 -(4 )-1.,4.,6- -3
[1, 7-bis (4 hydroxyphenyl )-1, 4, 6-heptatrien-3-
onej,

2: (MeOH)

- , "H-NMR

(CDs;0D) 5 6.93(2H,d,J=85 Hz) ,6 59

(2H,d,J=85 H2) , 5:7.29(2H,d,J=

8 5 Hz) ,6. 67(2H ,d,J=8 5 Hz) AA’BB'
1 ,

5 2 73(2H,m) ,2 79 (2H,

m) , 6 15(1H ,d,J =

15 0 Hz) ,6. 75(1H ,dd,J=155,10. 5 Hz,6 86
(1H,d,J =15 5 Hz) *CNMR(CD:0OD)
19 HMQC  HMBC

, 2 1,77 -(4 )-4,
6 -3 2 :
'H-NMR(CDs;0D)d :2 73(2H ,m,H-1) ,2 79(2H,
m,H2),615(1H,d,J= 150 Hz, H-4) ,7. 29
(1H ,m ,H-5) ,6 75(1H ,m,H-6) ,6.86(1H ,d,J =
15 5 Hz ,H-7) ,6.93(2H ,d,J=8 5 Hz ,H-2 6),
6 59(2H,d,J=8 5 Hz,H-3 5) ,7.29(2H ,d,J =
8 5Hz, H2'6), 667 (2H, d, J= 85 Hz,
H-3',5") ;®*CNMR(CD;0D)d :31 0(C1) ,43 3(C
2) ,203 0(C-3) ,128 9(C4) ,146. 2(C5) ,125 0(C
6) ,143 7(C7),1333(C1),1303(C2 ,6),
116 2(C3 ,5) ,156 7(C4) ,129 3(C1") ,130 4
(c2',6") ,116 8(C-3',5") ,160 2 (C4")

[3]

2 1,7 -(«#

)-4 .6 -
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3 [1,7-bis(4hydroxyphenyl)-4 ,6-heptabien3-

one] Bl H-10 273 H-20 282
,HMQC HMBC H-1
H-2 ,H-20 2 79) ,H-10 2 73)
3: (MeOH) , mp 218
219 - ,

'H-NMR(CD:0OD)d :7. 01(2H ,d,
J=15Hz,H2,2),666(2H,d,J= 85 Hz,
H-5,5) ,6 85(2H,dd,J=8 5,15 Hz,H6,6) ,
681 (2H,s-CH = CH-),380 (6H, s, 3, 3-
OCHs) ; ®*CGNMR (CD:0D)d:131. 6 (C1,1),
110 3(C2,2) ,149 2(CG3,3) ,147.3(CG4,4) ,
116 4 (G5,5) ,127.3 (G6,6) ,120. 9 (-CH =
CH-) ,56. 4(3,3-OCHs)

[4]' , 3
4.4- -3.3- - -1,2 (4,
4 -dihydroxy-3 ,3 -dimethoxy-trans stil bene) ,

4: (MeOH) , mp 226
228 - ,

'H-NMR (CDs0OD)d:6. 08 (1H,d,J=
2 0 Hz,H-6) ,6 29(1H ,d,J =2 0 Hz,H-8) ,7. 98
(1H,d,J=90Hz,H2 6),680(1H,d,J=
9.0 Hz,H-3 5) ®*CGCNMR(CD;0D)d :148 1(C
2) ,137. 2(CG-3) ,177. 4(C-4) ,162 6(C5) ,99. 3(C
6) ,165 6(C7) ,94 5(C8) ,158 3(C9) ,104 6(C
10) ,123 8(C-1') ,130 7(CG2) ,116 4(C3) ,160. 6
(CG4) 116 4(C5) ,130 7(C6)

[5] , 4
(kaempferol) ,
5: (MeOH) , mp 188
190 - '
; - ,Molish
) ; D-
L- "H-NMR (CD:0D)d :6 11 (1H ,d,

J=20 Hz,H6),6 30(1H,d,J=2 0 Hz,H-8),
7.57(1H,d,J=20Hz,H2) ,6 78(1H,d,J=
85Hz,H5),754(1H,dd,J=85,2 0 Hz,
H-6) ,501(1H,d,J=75Hz, QuH1) ,4 42
(1H,br s,RhaH-1") ,3 71(1H,d,J =10 5 Hz,
Gu H-6") ,3 53(1H ,br s,RhaH-3") ,3 44 (1H,
dd,J=9.5,3 0 Hz,Rha H-2") $ 339 328

O 1L 02(3H,d,
J=60 Hz) ®CNMR
(CDs0D)d :159. 4(C2) ,135 7(C3) ,179. 5(C4) ,
163 1(C5) ,101 1(C®6) ,166 3(C7) ,94 9(C38) ,
158 6(C9) ,105 7(C10) ,123 2(C71) ,117. 7(C
2) ,145 9(C3) ,149 9(C4) ,116 1(C5) ,123 6
(C6);dc:104 8(C1") ,78 3(C2") ,75 8(C3") ,
71 5(C4") ,77.3(C5") ,68 6 (C6") ; Rha: 102 5
(C1") 72 3(C2") ;72 2(C3") ,74 0(C4") ,69 0
(G5") ,18 0(C6")

(6] , 5

(rutin ,quercetin-3-O-rutinosde) |,

6: (MeOH) Molish
, D- 'H-NMR (CD:;0D)
, 0 7..04(2H,d,J=8 5 Hz) ,
6. 92(2H,d,J=8 5 Hz) AABB

D 360(2H,d,J=70Hz) O 266(2H,
d,J=70 Hz -CHxCH: 0 4 76
5380 328
B¥CGNMR(CDs0D) 14
HMBC , 044 76(1H,dc C1")

dc 157. 7(C-4) ,78 1(C3') ,78 2(C5") ,71 5(C
4") Ou 360(2H,d,J=70 Hz,
H-2) 0c¢134 3(C1) ,395(C1) :
On266(2H,d,J=70 Hz,H-1) d 134 3(C1),
130.9(C2,6) 64 4(C2) ,
6 4 -4 0B-D
, :"H-NMR (CDs0D)?3d :
7.04(2H,d,J =85 Hz,H-2,6) ,6 92(2H ,d,J =
8 5 Hz,H-3,5) ,266(2H,d,J=70 Hz, H1),
360(2H,d,J=7.0 Hz,H-2) ,4 76 (1H,Gu H-
1") ,3 79 (1H,dd,J=12 0,2 0 Hz, H-6") ,3 60
(1H,m,H-6") ;®*CNMR(CD;0D)d :134 3(C1) ,
130. 9(C-2) ,117. 9(C-3) ,157. 7(C-4) ,117. 9(C5) ,
130. 9(C-6) ,39 5(C-1') ,64 4(CG2) ,102 6(C1") ,
75 0(CG2") ,78 1(CG3) ,71. 5(C4") ,78 2(C5") ,
62 6(C6") -
, 6 4
-4 0B-D- (4 hydroxyphenethylol-
4- OB - D-glucopyranoside ,icariside D2) |,

7: (MeOH) , mp 195
197 - )
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'H-NMR(CD:0OD)d : 7. 33 (1H ,br s, H-2) ,6 69
(1H,d,J=8 0 Hz,H-5) ,7.32(1H,dd,J=8 0,
2 0 Hz,H-6) ;®CGNMR(CDs0D)d :123 5(C1) ,
117. 8(CG-2) ,146 1(C3) ,151 5(C4) ,115 8(C5) ,
123 9(C6) ,170. 5(C7)

[8] ' , 7
3 4 (protocatechuic acid) ,

8: (MeOH) , mp 212
213 - ,
'H-NMR(CD:OD)d : 7. 40 (1H ,br s, H-2) ,6 73
(1H,d,J=8 0 Hz,H5) ,7. 45(1H ,d,J =8 0 Hz,
H-6) ,3 77(3H,s,3-OCH:) ;**CNMR(CDs0D)J :
123 1(C1) ,113 8(C2) ,148 6(C3) ,152 6(C4) ,
115 9 (G5) ,125 3(C6) ,170 1 (C7) ,56 4 (3
OCH:) ror
: 8 4 -3
(vanillic acid) ,
9: (MeOH) , mp 216
218 - :
'H-NMR (CD:0OD) ,0:7. 76 (2H,d, J =
8 5 Hz,H-2,6) ,669(2H ,d,J =85 Hz,H-3,5) ;
“CGNMR(CDs0D)d :123 7(C1) ,131 8(C2,6) ,
114 7(C3,5) ,157. 5(C4) ,168 3(4-COOH)

[10]

, 9
benzoic acid)
10: (MeOH),mp 200
202 , -

( p-hydroxy-

'H-NMR(CDs0D)d :3 38(2H ,s,H-2) ,
6. 99(2H ,d,J=8 5 Hz ,H-2 6) ,6 63(2H ,d,J =
8 5 Hz,H-3 ,5) ;®*CGNMR(CD:0D)d :176 4 (C
1) ,41 3(CG2) ,127. 0(C-1') ,13L 4(CG2 ,6) ,116 3
(G3 5) ,157. 5(C4)
[10] , , 10
( p-hydroxyphenylacetic acid)
11: (MeOH) ,mp 94 96

’

'H-NMR(CDs0OD)d :6 55(2H ,dd,J=6.0,
35Hz,H3,6),665(2H,dd,J=60,35 Hz,
H-4 ,5) ®*CGNMR(CD:0D)d :146. 4(G1,2) ,116. 5

(CG3.,6) ,121 0(C4 ,5)
[11] , , 11
(pyrocatechol)
12: ( ) ,mp 170 175
, Liebermann-Bur-

chard 'H-NMR(CDCl:)d :6 43(1H,
d,J=85Hz, H6) ,6.44 (1H,d, J= 85 Hz,
H-7) ,5 09(1H ,dd,J=8 0,15 0 Hz,H-22) ,5 13
(1H,dd,J=8 0,15 5 Hz,H-23) ,0. 81 (3H ,59)
0 74(3H,s) ,0.76 (3H ,d,J =
7.5 Hz) ,077(3H,d,J=70 Hz) ,0 83(3H,d,
J=7.0Hz) 092(8H,d,J=6.5 H2)

:®CNMR(CDCls)d :34 6(C1) ,30.0
(CG2) ,66.4(C3) ,36. 9(C4) ,82 1(C5) ,135 4(C
6) ,130. 7(CG7) ,77.0(C8) ,5L. 0(C9) ,36. 9(C
10) ,23 3(C11) ,39 3(C12) ,44 5(C13) ,51. 6(C
14) ,20. 8(C-15) ,28 6(C16) ,56. 1(C-17) ,12 8(C
18) ,18 1(CG19) ,39 7(CG20) ,20 6 (C21) ,135 6
(CG22) ,132 2(C23) ,42 7(C24) ,330(C25),
19 6(C26) ,19. 9(CG27) ,17. 5(C-28)

[12]

12 (ergosterolper-
oxide) ,
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