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19),51.1(t.C-21),14. 2(q,C-22),55. 8 (q, OCH;-
1),57.9(q,OCH,-6),57. 8(q,OCH,-14),56. 3(q,
OCH;-16) . &i¥ i B S5 CmES - 8L &
H & Ji B, (Iycoctonine)

HKEY L .ABEERHK, 7 FACisHAUNO;,
'H-NMR (400 MHz,CDCl;)8:1. 03(3H,t,J=7.2
Hz, NCH,CHj;), 3. 23, 3. 32, 3. 39, 3. 41 (%% 3H,s,
4X OCH,), 3.58 (1H, t, J= 4.8 Hz, 148-H),
“C-NMR (400 MHz, CDCl;) 4 85.0(d,C-1),26. 1
(t,C-2),33.4(t,C-3),38. 4(s,C-4),43. 4(d,C-5),
94.5(d,C-6),88.7(s,C-7),77.7(s,C-8),48.9(d,
C-9),46.2(d,C-10),48. 7(s,C-11),29. 5(t,C-12),
38.4(d,C-13),84.0(d,C-14),36. 9(t,C-15),82. 8
(d,C-16),65. 3(d,C-17),29. 0(t,C-18),51. 3(t,C-
19),50.1(t,C-21),14.1(q,C-22),56. 1(q, OCH,-
1),57.8(q,OCH;-6),58. 4 (q,OCH,-14) ,56. 3(q,
OCH;-16) , S B B 5 iR E B A — B0
% F R EE 4 W (deoxylycoctonine) ,

EYN . AREEEH K, FRCuHLNO,,
"H-NMR (400 MHz,CDCl;)&:1. 03 (3H,t,J=7. 2
Hz,NCH,CH,), 3.27, 3.29, 3.41 (& 3H,s, 3 X
OCH,),3. 71 (1H,t,J=4. 2 Hz,148-H), “C-NMR
(400 MHz,CDCl,)8:72. 0(d,C-1),29. 3(t,C-2),
29. 6(t,C-3),37.2(s,C-4),43.5(d,C-5),30.1(d,
C-6),85.9(s,C-7),74.9(s,C-8),45.7(d,C-9),
36.8(d,C-10),48.5(s,C-11),26.5(t,C-12),44. 9
(d,C-13),84.8(d,C-14),42. 9(+,C-15),82. 6(d,C-
16),63.7(d,C-17),78.9(t,C-18),56. 6 (t,C-19),
48.9(t,C-21),14. 1(q,C-22),57. 6 (q,OCH;-14),
56. 2(q,OCH;-16),59. 4(q,OCH,-18), & i . Bk
PSS CRESRA - M E NS LR
(umbrosine) ,

{’t%% V. Eéﬂaﬂw9ﬁ%ﬁcuH17NOc

'H-NMR (400 MHz,CDCl;) é: 2. 85(2H, m,H-7),
3.65(2H, m,H-8),7.25(5H, m,H-2,3,4,5,6),
6.39(1H,d,J=15.6 Hz,H-8),7.62(1H,d,J=
15. 6 Hz,H-7"),7.50(2H,dd,J=1.6, 6.8 Hz,H-
2',6),7.35(3H, m, H-3',4',5), 558 (1H, s,
NH). “C-NMR (400 MHz,CDCl;)é6:134.8(s,C-
1),128.8(d,C-2),127.8(d,C-3),126.6(d,C-4),
127.8(d,C-5),128. 8(d,C-6),35. 65(t,C-7),40.78
(t,C-8),138.9(s,C-1'),128.7(d,C-2'),128. 8(d,
C-3'),129.8(d,C-4'),128.8(d,C-5'),128.7(d,C-
6'),141.8(d,C-7'),120.5(d,C-8),165.8(s,C=
0). Si Bl PER 5 CmE A B M
Hh R-W OB B-2-X B Z B (N-cinnamoyl-2-
phenylethylamine),
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WX, BEERAZY, IR TF(AREIF), HoR¥E 5,
AHE,BL P B ME, RAREBE.HBEMK,
ABBEAMIIR . AR BEFIEVIEREAR R K. R
O VFHE B Z FENERY. #RPHEZU
YERRAZY, T B AT A EA) SRR IR, A SRR X
AR KR T RHAT TR R . PR
BREKEDF A EED 13 MeaW. 25k
¥ (cinobufagin, 1) 4§42 E R (bufotalin, I ). 4
i R (bufalin, I ), & 4 ¥ & $§ (telocinobufagin,
V), ME# B H I (hellebrigenin, V), 3 Z Bi 4 45 ik
#5 (desacetylcinobufagin, I ), % Z BE IS R (de-
sacetylbufatalin, VI ), 118-# Z:-4& #% R (11B-hy-
droxyl-bufalin, V) , i7c 4 8 #X ¥ - 3- BL 3 — BR K (te-
locinobufagin-3-hemisuberate, KX ), cholestane-383,
Sa, 6B-triol ( X )\ iE B 4 B (X1 (BR A AR ( XT ) FIEK
fEBR-3 - H A (XTI, HA b AP VI~ XTI HE
WM AR KB B2 r B A5 3.
1 XBNUSHISHR

BRA X—5 BB HUE & E S E R
1E) ;IR A JASCO F1/IR —480 Plus Fourier Trans-
form £ AM AL (KBr JE 4 ) M58 ;NMR fi BRUK-
ER AV —400 FT % & 3t 4 {X I %€ ; ESI-MS
Finnigan LCQ Advantage MAX FFig{{5E .

HEEABRKIFTSBHEAT &M EKR
GF 5, 8 2 T 151 ARy M8 5 4k 28 Tl BF 55 BT 7= & 5 R JE
GOOF, B EHHI 4. RP-18 F,., SHEE T # L N
Merck 7 B 7 & ; Sephadex LH-20 £ & 3% 41 B R
Pharmacia 24 &) 7= i ; 6,35 4l 1 B2 4 TR LR 4 )
72 s FARIN R AL S A 4 |

AR RWEER I B Z RSB A RA R 4,
SEBMENTELAEHEZRXIBERBRZLEN B.
bufo gargarizans Cantor,
2 REEHSER

sh A A M T B (3535020 ke, YW JE R K
I 2 K, AT 435149 60 min 1 45 min, &/ FF
RIALL 80% K 65% ZBEREYL 2 WK, K BT 2.
W48 R E 200 g, BE MK 500 mL BA, FHE
&R, ¥4 (30 ) B . Sephadex LH-
0 REFGIESEBIMLEY 1 ~ XL,
3 GHM¥RE

EW 1 BEH & EE),mp 259~260 C,
B TR R F M, ESI-MS (n/z):443[M+H]*,
IR v (em™!): 3 450, 1 740, 1 715, 1 630, 1 540,
1 040, 'H-NMR (CDCl;) é: 7.92 (1H,d, J=10.0

Hz, H-22),7.17 (1H, s, H-21), 6. 21 (1H,d, J=
10.0 Hz,H-23),5.46 (1H,d,J=9.2 Hz, H-16),
4.15(1H,br s,H-3),3. 65(1H,s,H-15),2. 80(1H,
d,J=9.2 Hz,H-17),1. 89(3H,s,Ac),0. 99(3H,s,
H-19),0. 82(3H,s,H-18) , "C-NMR¥4E W% 1. KA
EEE S CRRE W RERE B S ELEY
1 RN . ‘

EWI . HERK (PR ,mp 223~225 C,
SR THBREN . "C-NMREHERLFE 1, EIS-MS,
'H-NMR#C-NMR¥HE 5 ik iR B s iy 2 R
—BLEELEY I HERER,

LAY 1. a4 & P B ,mp 240~243 C,
5% T BB, "C-NMR ¥4 W% 1. ESI-MS,
'H-NMRH“C-NMR#& 5 SCoR B 1 i iy R —
BLEELEY I HEERR,

eV . LA & (FB-K),mp 210~211
C, B FRE, "C-NMR¥ERFE 1. ESI-MS,
'H-NMRFIC-NMR $ 8 5 SCHR IR 18 0 B 3 16 W8 4%
B—8LEEEY N T LR .

EYV . AAREEBE-K),mp 250~253
C,B W FHM., *C-NMRE#E W FE 1. ESI-MS,
'H-NMRAIC-NMR¥HE 5 SCBR IR E  fo e MR B 4
LB, EEhREY VvV AERER T,

APV . HEL5H (P ®E-K),mp 212~215
C,HETHE, "C-NMRHIE K% 1. ESI-MS,
'H-NMR#“C-NMR¥# 5 U R 8 2 Z Bh 4
B —BL R A Y VN E Z BRSNS

LAYV G4 & (5 B ,mp 218~220 C,
BETFE . ESI-MS (n/z) :403[M+H]*, IR »&
(cm™'): 3 355, 2 940, 2 919, 2 875, 1 700, 1 632,
1 541,1 140,1 050,"H-NMR (CD,0D)§:7. 74 (1H,
dd,J=9.6,2.4 Hz,H-22),7.27 (1H,d, J= 2.4
Hz,H-21), 6. 24 (1H,d, J= 9.6 Hz, H-23), 4.43
(1H,t,J=6.4 Hz,H-16), 4. 14 (1H, br s, H-3),
2.63(1H,d,J=7. 4 Hz,H-15),2. 42(1H,d,J =6. 4
Hz,H-16), 2. 38 (1H,d, J= 6.4 Hz, H-17), 0. 96
(3H,s,H-19),0. 82(3H,s,H-18) , *C-NMR## .
1. UEBESCRBGETH EZBHERER —
BLOEERAYV L IBIERER,

&Y VE: [ 8RR B ,mp 213~214 C,
BB THM., EIS-MS (n/z):403[M+H]", IR Vi
(em™'): 3 432, 3 380, 2 921, 2 850, 1 709, 1 625,
1537,1 058,1 036,"H-NMR (CD,0D)8:7. 95(1H,
dd,J=09.6,2.4 Hz,H-22),7.43(1H,d, J= 2.4
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‘Hz,H-21),6.26 (1H,d,J=19.6 Hz, H-23),4.05
(1H,br s,H-3),3.68(1H,dt,J=5.6,3. 6 Hz,H-
11),2.58(1H,dd,J=10.9, 5.6 Hz,H-17), 1. 07
(3H,s,H-19),0. 73(3H,s,H-18) , “C-NMR ¥ #
R 1. U EBERS U IED M 13- B iR R
—BLEERBY VIR 13- R E-BHR

£1 L&Y ~VIH C-NMRAE K E
(100 MHz,CD;0D)
Table 1 "“C-NMR Spectral data for compounds 1 —VII
(100 MHz, CD,0D)

FRAL I I i N v Vi Vi viI
1 30.7 30.8 30.8 26.2 25.2 29.6 33.4 30.7
2 28.5 28.5 28.6 28.5 27.6 28.0 29.4 28.5
3 67.6 67.7 67.7 69.1 67.9 66.8 67.9 67.6
4 34.6 34.2 34.2 37.8 38.6 33.4 34.8 40.8
5 37.4 37.4 37.5 76.2 75.8 355 39.2° 36.5
6 27.0 27.8 27.9 36.0 37.5 26.5 28.2 27.0
7 20.9 22.3 22.6 24.8 23.5 21.8 22.7 22.1
8 34.1 43.1 43.1 42.1 43.1 42.0 42.2 40.4
9 40.4 36.4 36.9 40.3 40.1 35.6 42.9 37.4
10 36.5 36.4 36.5 41.9 52.0 36.0 37.7 36.5
11 20.6 22.3 22.5 23.0 185 21.2 69.3 21.7
12 40.8 41.2 42.0 41.9 41.5 41.9 51.7 40.8
13 46.4 50.8 42.0 49.6 48.9 48.6 50.1 46.4
14 73.6 85.1 86.2 86.0 85.7 86.2 85.4 73.6
15 63.3 41.3 33.2 33.2 32.3 41.7 33.4 73.1
16 73.1 75.7 29.8 29.8 29.7 73.9 29.7 63.2
17 53.2 58.3 52.3 52.2 56.2 586 52.1 53.2
18 17.6 17.2 17.3 17.3 17.1 16.4 18.3 17.6
19 24.2 24.3 24.3 17.3 210.1 23.8 24.5 24.2
20 119.8 119.4 125.1 125.0 124.9 117.4 124.5 119.8
21 152.6 152.8 150.4 150.5 150.6 148.8 130.6 152.5
22 151.9 152.1 149.4 149.4 149.3 149.9 149.2 151.6
23 113.6 113.1 115.4 115.4 115.4 113.8 115.4 113.5
24 164.6 164.4 164.8 164.8 164.8 162.0 164.7 164.7
CH,CO 170.1 171.9 - - - - - -
CH;CO 20.5 20.9 - — - - — -
*in CDCl;

AN . HE@EE R, mp 194~196 C,
5% FE M. ESI-MS (m/2):581[M+ Nal*,
'H-NMR(CDCl,)6:7. 81 (1H,dd,J=9. 4, 2. 4 Hz,
H-22),7.23(1H,d,J=2. 4 Hz,H-21),6. 26 (1H,d,
J=9.4 Hz,H-23),5. 26 (1H, br s,H-3),2. 48(1H,
dd,J=9.8,6.6 Hz, H-17), 0. 99 (3H, s, H-19),
0.71(3H,s,H-18), “C-NMR (CDCl;)d:162. 4(C-
24), 148.6 (C-21), 146.7 (C-22), 122.5 (C-20),
115. 4(C-23),85. 3(C-14),73. 4(C-5),71. 0(C-3),
51.0(C-17),48.2(C-13),41.3(C-8),40. 8(C-12),
40.6 (C-10),39.2(C-9), 35.2(C-4), 34.5(C-6),
32.7(C-15),28.6(C-16),28.5(C-2),25.4(C-1),
23.8(C-7),21.7(C-11),16. 7(C-19),16. 4(C-19),

172.1(C-1"),33. 7(C-2'),24. 6 (C-3'),24. 5(C-4"),
24.4(C-5'),29. 7(C-6'),34. 1(C-7"),177. 7(C-8),
PA B985 SCRR AR T A R R - 3- R MR R
—B K ENAY K O IEEEERNE-3- 97 T RER,
&Y X s dh (F B ,mp 237~240 C,
5T & 5. ESI-MS (m/2)::419[M —H]*,
'H-NMR(CDCl;)é:3. 99(1H,m,H-6),3. 60(1H, br
s,H-3),1.16 (3H,s, H-18),0. 93 (3H,d, J=6.4
Hz,H-21),0.89 (3H,d,J= 1.4 Hz, H-26), 0. 87
(3H,d,J=1.4 Hz,H-27),0. 72(3H,s,H-19). LA &
BB 5 X E R B Y cholestane-3B, 5a, 6B-triol —
LU EE Y X K cholestane-38, 5a, 68-triol ,
LAY N . (a4 & EERZE) mp 148~149
C, B F L. ESI-MS,'"H-NMR¥(# 5 3C#k 4R
R SRR — B KA XU S R
&Y X1 3R E 4 & omp 53~54 C, ESI-
MS (m/z).335{M—H]", H IR .NMR %tiE 5 ik
HWE HEERABRAEST, X E LAY X1 R .
A Y XT R E AL &, mp 70~71 C . Hb%
WS R E T R -3 - H B - &
AL G Y X R 4R ER-3" - H A T
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