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skeleton [4,5-J, high resolution diagnostic ion fragments 
being discernible at m/e 396 (CJ-13,N0,, 6%), 383 
(Cx&@~, 9%X 298 (C,,H,& 11 %X 269 (C,gH,,Q 
lo%), 138 (C&,N, loo%), 125 (C,H,,N, IO%), 
114 (C,H,NO, 78%) and 98 (C,H,,N, 5 %). The 
alkaloid was characterized by the N-acetyl derivative 2, 
M+ 453, mp 124”, N-chloroamine 3, mp 168-170” (dec.), 
and N-nitrosamino compound 4, mp 159”, whose 
molecular rotation differences (ACM], 1 + 2 = +59”, 
1 + 3 = - 186”, 1 --, 4 = +13”) are in good agreement 
with a (22R:25R) spirominoketal side chain stereo- 
chemistry [6]. All these data suggested solasodenone as 
(22R:25R)-spirosol-4-en-3-one (1); this structure was 

2: R=Ac 4: R=NO 

finally confirmed by a partial synthesis of 1 via Oppenauer 
oxidation of solasodine [6] leading to a product identical 
in all respects with solasodenone (1) isolated from S. 
hainanense. Solasodenone (1) may be a suitable starting 
material for pharmaceutically interesting pregnane deri- 
vatives of the progesterone type. 

EXPERIMENTAL 

Mps are corr. Specific rotations in CHCl,; UV in ORD in 
MeOH; NMR in CDCl, with TMS as int. stand. 

Isolation. Dried and powdered leaves or roots (lOOg), 

collected near Hanoi, were extracted exhaustively with CHCl, 
in a Soxhlet. CHCI, soln was coned to l/3 and extracted x 3 
with petrol to remove pigments and lipids. Evapn of the CHCI, 
phase gave a residue which was chromatographed over Al,O, 
(Woelm. neutral, grade I). The progress of the separation was 
followed by TLC on SiO, (Merck) (CHCl,-EtOH, 9: I) Elution 
with CHCI,-EtOH (7:3) yielded solasodenone (1). Needles 
(Me,CO-H,O), mp 178”, [a]? + 28.0” (c = 0.4). Spectral data 
is in the text. 

N-Acetate 2. (mp 124” (Et,O), [ml;’ + 40.1” (c = 0.513); 
pz cm-‘; 870,924,965, 1623,1685. NMR;0.88 (d, J = 6 Hz), 
0.92 (d, J = 6 Hz) (21- and 27-H,), 0.90 (s, 18-H,) 1.12 (s, 19-H,), 
2.14 (s, N-acetyl-H,), 4.15 (dd, J = 15 Hz, J’ = 7 Hz, 16a-H), 
5.69 (s, 4-H). 

N-Chloroamine 3. Obtained from 1 and NCS in CH,Cl, at - 5” 
crystallized in deedles, mp 168-170” (dec., Me&O), [a]: 
- 16.O”(c = 0.312).The N-nitrosoderivative4, mp 159” (MeOH), 

[alp +29.0” (c = 0.450). 
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