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2. 18 (1H,m,H-3) ; *C-NMR (100 MHz,DMSO0-d;)
8:206. 4(C-1),166. 5(C-7"),158. 9(C-8),149. 0(C-
5),148.5(C-3",5"),142.0(C-4"),135.8(C-10),
128.7(C-6),121.2(C-1",118.1(C-7),115. 8(C-
9),108. 3(C-2",6"),105. 1(C-1'),77. 8(C-3'),75. 5
(C-5"),75.3(C-2"),71.6(C-4"),64.8(C-4),60. 8
(C-6'),56. 9(3",5"-OCH,),33. 5(C-2),30. 6(C-3),
ERBE S XM —B L BEN 4,5,8- =8 K-
S EM-5-0-p-D-[6-0-(3",5"-— P EE -4 BRXE
AR It AT .
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D~k v 36 25 0 2 - 38, 26- — BE-25(R)-BK 1 £5%-5, 20(22)- XU -3-O- { - L- itk Wy L 3= 9 2 - (1—-4)-[3-D- i, ol ) 285 1 -
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Isolation and identification of steroidal saponins from fresh rhizome

of Dioscorea zingiberensis
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Abstract: Objective To study the steroidal saponins from the fresh rhizome of Dioscorea zingiberensis

and search for new bioactive compounds. Methods

The steroidal saponins were isolated by normal phase

silica gel and RP-C 4 column chromatography. Their chemical structures were elucidated by IR, MS, and

NMR methods. Results
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Three steroidal saponins were isolated from EtOH extract of the fresh rhizome of
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D. zingiberensis and identified as gracillin ( 1), zingiberenin A (1), and 26-O-8-D-glucopyranosyl-38,
26-diol-25 (R)-furosta-5, 20(22)-dien-3-O-{a-L-rhamnopyranosyl-(1—4)-{B-D-glucopyranosyl-(1—->3)-8-

D-glucopyranosyl-(1— 2)]}-B-D-glucopyranoside, I ). Conclusion

named as zingiberenin G.

Compound ¥ is a new compound

Key words: Dioscorea zingiberensis C. H. Wright; steroidal saponin; zingiberenin G

J& W ¥ ¥, Dioscorea zingiberensis C. H.
Wright 5 & B A W R B R £ 4 (sect.
stenophora) ¥, H R EFHEF, TE S TR,
WiE . B ) FE, E XA RAEHATRIE B
HEBEREPSAEEWNEhBERRT T, P
HERHEARAREHHAMENBRAYNHEE
JR 2 0, JOBR & K I 6 B 3 AR 4 3 R O
W OB R B TR BT A R A P 08T O
KRN FEHFEY™ ..

Z45 WETHH PSS 16 MEEERTE,HP
WwERIBBAARBFEOREPHB 12148
FE, AR EER 25(R,$)P-M-A° BE
$E R 25(R) 3B, 26-MME-A -0k i be B . Ktk — %
FRFOEER S EENEHHH P H AT
BA#TT mEE, UEH FR#ERZENFH, A
HZMBRBYWIETHERRLSEBD 3MEE
Y. ERAEERMEESTREEN 2/NCANE
R AR B (gracillin, 1 FFH B A (zin-
giberenin A, 1),1 MKBEHMEEBRE (1), 4W
R 26-O-B-D- it i W) %5 4 - 38, 26- — B¥-25 (R)-BE
B $E-5,20022)-XUHM-3-O- {a-L-ML W L =M - (1~
4)-[ 8- D- i, g 0 5 8 2k - (1 3)-B- D- i o ] 26 0 -
A—=2)]}-pD-HE e, R LA 1,2
RERBELSY I I —FLEY . GEIEHR
# G (zingiberenin G),
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Fig. 1 Chemical structure of zingiberenin G

LAY .A6RK,. 5B TR, B THME,
7K. mp 239~240 CBERKIE),[«]F—32.33(c
0.50),ESI-MS IE B Fi¥m/z 1 246.8 [M+K]*,

1 230. 9[M+NaJ*,1 207. 6(M]*; HRMALDIMS
Wm/z 1231.571 83(M+Nal*,12. 0(DBE), & F
4 FRCoHOxNa" , B E R EWHTRANY
Cs:Ho,Oyr » T2 F AR H1 208,'H-NMR :3 I~ 8
¥ & 6y 0.81(3H,s,H-18),1. 14(3H,s,H-19),
1.73(3H,s,H-21); 2 A~ X 1 % 6y 1. 11(3H,d,
J=6.7 Hz,H-27),1. 84(3H,d,J=6. 0 Hz,Rha H-
631 MEEF 6u 5. 38(1H,br s,H-6) ;35 A U4 i
F{5% 6w 4.92(1H,d,J=7. 7 Hz,26-0-Glc H-1),
5.02 (1H, d-like, 3-O-Gl¢' 1' H-1'),5.17 (1H,d,
J=7.7 Hz,Glc" H-1"),5. 35 (1H, d-like, Glc” H-
1"),6.31(1H,br s,Rha H-1), M"*C-NMRi o] 1%
BAMLAYIRE ST IMRESED.BRARIHE

CEEOANAKRESHCIARBAENRES. £

HMQC 1,4 MR EKFES dc 19.5(C-19),17.5
(C-27),14. 2(C-18) F 11. 9(C-21), % $1 5 K F o
1:14,1.11, 0. 81 #1 1.73 # %; dc 140.9 (C-5),
121.9(C-O) B QB E F155 ou 5. 38(1H,s,H-6),
FH C-5.C-6 fir 5 XUHE; 0c 121. 9(C-6) 5 dy 5. 38

MK B4 G DEPT #, A 5 FHEH T

(diosgenin)" i BC-NMR ¥ #8 (W, % 1) %t K, C-22
1 C-20 B EFHALHE, 53 B K O 109. 1->6c 152.5
M oc 41. 6—0c 103. 7, B % A FE 8k, & C-22.C-20
it % W4t ; 78 HMBC #9,0c 152.5 #1 103.7 &
0u 1. 73(21-CH) H B M Xt (H 2),6c 103.7 iF
5 6u 2.50 FiEBMEL;HMQC i 9,04 2.50 5 &¢
64. 7(C-17)#I %, 8¢ 152. 581 103. 7 B 4+ 81k C-22,
C-20, EEHLTLHC-NMREIE S C-26 5
HELE O 66.7, MKEWC26 55 HHAE &
75. 1, BEBAUBT A8.4, RHZALEYRBHF L
FRAF FEABE LT XEGD R
NP KR, BZUKEPERT T
Ciz B *C-NMR ¥ #8 5 pseudoprotodioscin* f H,
BE&E D, BEX -, WHZLEYS pseudoproto-
dioscin B EHTHFE. #—-PHRET XAV LH
LG,

b WC-NMRiE iR RIS 5 MREKFES
8¢ 106.1,105.0,104.7,101. 9 #1 100. 1, FBHE 5 1



*ER

Chinese Traditional and Herbal Drugs 5 39 %% 4 % 2008 §£ 4 A *+ 495 -

R1 LAWESHXESWHCC-NMRE WM
Table 1 Comparison of *C-NMR Data of compound H
with relative compounds

. !;ﬁ{-’%ﬁ A ] Pse.udo'-proto- " AL
Jpl10] | | dioscin[11] | |
1 37.2 37.7 37.7 3-0-Glc 1 100.1
2 31.6 30.3 30.3 2 81.6
3 71.5 78. 4 78.2 3 76. 4
4 42.2 39.1 39.1 4 78.6
5 140.8  140.9 141.0 5 77. 4
6 121.3  121.9 121.8 6 61.7
7 32.0 32.5 32.6 Gle 1 104.7
8 31. 4 31.6 31.6 2 73.8
9 50. 1 50.5 50. 6 3 88.5
10 36.6 ar.2 37.3 4 69.5
11 20.9 21.4 21.3 5 77.7
12 39.8 39.8 39.9 6 61.9
13 40.2 43.6 43.6 Rhal  101.9
14 56. 5 55.1 55. 2 2 72.6
15 31.8 34.6 34.6 3 72.9
16 80.7 84.6 84.6 4 74.3
17 62.1 64.7 64.7 5 69. 6
18 16. 3 14. 2 14. 3 6 18. 8
19 19.4 19.5 19.5 Glel  106.1
20 41.6  103.7 103.6 2 75.7
21 14.5 1.9 11.8 3 78.8
22 109.1 152.5 152.6 4 71.8
23 31.4 33.7 33.6 5 78.8
24 28.8 23.8 23.8 6 62.7
25 30.3 31.6 31.6 26-O-Gle 1 105.0
26 66.7 75.1 75.0 2 75.3
27 17.1 17.5 17.4 3 78.2
4 71. 9
5 78.1
6 63.0

WL FEX HMQC i, &6k oc 101. 9 5%
JEF Ou 6. 31 MK, YEBH oc 101. 9 y Rha HmERK(E
S, R A MR IPREK S IRBE R FHRES, B oc
106.1 5 8y 5. 35,8c 105.0 & & 4. 92,80 104.7 &
Ou 5.17,8¢ 100. 1 5 8y 5. 02, 454 DEPT 1 HMBC
A S R X R LR F S8R5 S ST AR A
FR, S % XM AR R B gy R,
Rha (3 B8 oc 101. O MIREH FRHREHE, N
Rha % o # %, Glc (3§ H:5k oc 106. 1,105.0,104. 7,
100. 1) WS EEE F°J, {EI7E 7~8 Hz, W 4 4
Glc ¥ B %, 7 HMBC i#fh,Glc H-1(8y 4. 92)
5 C-26(dc 75. )R, ILBIRERF ou 4. 92 B Glc
524 tH9 C-26 HiiE;Gle’ H-1' (8x 5. 02) 5 C-3(8c
78. )X, AR EEES C-3 MHiE, M C-3
72 4 3% 3 R (Oc 71. 5> 8¢ 78.4); Glc” H-1"(8y
5.17) 5 Gle C-2' (8¢ 81. 6)#2%,Rha H-1(8y 6. 31)

5 Glc’ C-4' (8¢ 78.6) M %,Glc” H-1"(34 5. 35) 5
Glc" C-3"(8¢ 88. 5 M, BB Glc' C-2'.C-4' M Glc"
C-3"H LML B E Y [0 R 35 78 3 (Oc 74. 9—~dc 81. 6,
8¢ 71. 6—>8¢ 78. 6.8¢ 78. 306 88. 5) , %84 Glc” .Rha
MGle" R RERER =M. RFE2.

Hd ERBIWTRELSY L NLEHR 26-O-
B- D- Atk e 9 25 4 - 38, 26- — B¥-25(R)-BK #§ %%-5, 20
(22)-FUH-3-O-{a-L-ML Wl B =M - (1—>4)-[B-D-
M A RE-(1>3)-BD-it w1~
2)1}-B-D-mp s M EHEH B XM R BIE RN —
FUEY WREREBHEHPABHNTPR
ik, MBI EH BHF G(zingiberenin G),

1 (UERMH

PE-241MC i Xt 1%, X-6 B % & & W & 1,
FTMS. Bruker Acance 500 MHz # g 3tz iff{X (b
ER#EB LA EI R AR EHRER
(200~300 H,300~400 ED A ESWEEAT 2
7=, RARRER it 0 RP-C s, 2 @34 Merck
TLC REMBE 60 Fosys ZBE. A MBE(60~90 CI.IET
BN EERENAR A, KR RA TV RALER
B#, KR EEFK, HAbiAA A AR £&.

JB M ¥ 3 Dioscorea zingiberensis C. H.
Wright R ZMKEE BH RIGREIFEFE
BERHYARTRMEBNARALE. FHLH
MEMEHF AMBRALFEPENEREYH
FRETEHERt.

2 XBRAZE

2.1 BRENEBR.-BEHFHRHNREI7 kg1l
H A 70%ZBCHBE 1 : DERBER 3 h, B,
RERBR 3 K. EHBB . REREZBER, M
BAKBER, AHAMBEG0~90 C) . BRZMMAKM
MIETERKRER XRZEEKEEENIE HET
BERBEH BERGEFCRRR . FIRELE
.40 EA.

2.2 4B BEEBFS0g, BEAEQ: D, EF
A8 & B A (460 mm X 80 mm, 200~300 B)# 47
B iE- MK 65+ 35: 10, FTE)—~
(502 35: 10, FR)>~H #1786 B ¥EAR, 100 mL
— ARG, TLCREBAFRG . — 8P he- B-K
(65:35: 10, FE)],Anis A (M EFEM)B A, H
FERAL W &I KRG HS B A~F 6 M43 %B
4 b IF A BB K (215 mm X 25 mm, 300 ~ 400
B), P 4e-FM-K(65:35: 10, FER:85:
35: 10, FROBHR . MEAELR, B12mL R —
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H

M2 &% N HMBC X%k
Fig. 2 Key HMBC correlations for compound R

! 2 a-L-rhamnosyl #1 B-D-glucosyl f°C-NMR{ $ 4 8

Table 2 '>C-NMR Chemical shifts of a-L-rhamnosyl
and P-D-glucosyl
C-1 C-2 C-3 C-4 C-5 C-6
B-D-Glc 105.5 74.9 78.3 71.6 78.3 62.9
a-L-Rha 102.4 72.6 72.0 73.7 69. 4 18.5

ARG, REERHE, Bew | :CANF L#T
Hai#,.180LeY 1 ;E B2 LS IEMEERHE (25
mm X 45 mm,300~400 ENDHEAEH LR AR
(RP-Cys) # (145 mm X 25 mm, 40~ 63 pm), F
60%~T70% i) B BEBERR , M & 1. 5 mL/min, §
8 mL A—At RO, REEGAHE . BLEWI.

2.3 ZMEELEYIL-BEXEERK. mp
239~240 CRERKIE),[alf—32.33(c 0.50),
ESI-MS E B Film/z 1 246.8[M+K1*,1 230.9
[M+Nal*,1 207.6[M]*,HRMALDIMS i#m/z
1 231.571 83(M+Na]*,12. 0(DBE), & F 4 F X
Cs/Hy,0Na*!, '"H-NMR (500 MHz, pyridine-d; )
du:0.81(3H,s,H-18),1.11(3H,d,J=6. 7 Hz,H-
27),1.14(3H,s,H-19),1.73(3H,s,H-21), 1. 84
(3H,d,J=6.0 Hz,Rha H-6),4.92(1H,d,J=7.7
Hz, 26-0O-Glc H-1),5. 02(1H,d-like, 3-O-Glc'1' H-
1),5.17Q1H,d,J=7.7 Hz,Glc" H-1"),5. 35(1H,
d-like,Glc¢” H-1"),5. 38(1H,br s,H-6),6. 31 (1H,
br s,Rha H-1) ., *C-NMR (125 MHz,pyridine-d;)dc
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