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Dalbergiu ecastophyllum (L.) Taub. (Legumino- 
sae-Lotoideae) is a shrub which occurs along the 
sea and river shores of tropical America and 
Africa. A wood sample, collected in Nigeria, con- 
tained anethole, estragole, sitosterol, formonone- 
tin, (+)-mucronulatol (la, 2a) and (3R)-S-de-O- 
methylduartin (2b) [3]. From another sample, col- 
lected near Aquiraz, Ceara State, Brasil, 10 com- 
pounds were isolated. Among these, sitosterol, iso- 
liquiritigenin [4], (2S)-liquiritigenin [S], for- 
mononetin [4], daidzein [4], (-t)- and (6aS,l laS)- 
demethylhomopterocarpin (3a) [6], as well as (3S)- 
vestitol (lb) [7,8], had already been obtained from 
other species during the current study of the 
genera Dalbergia and Machaerium, and were identi- 
fied by direct comparison with authentic samples. 

UV, MS and PMR data classified one of the ad- 
ditional compounds, C, gH i iO2 . OH(OMe),, as an 
0-methylvestitol (1~). The identification was con- 
firmed by synthesis of the compound through dia- 
zomethane methylation of (3S)-vestitol (lb). The 
reaction was expected to have taken place at the 
less hindered hydroxyl of vestitol, settling the rela- 
tive positions of the hydroxyl and the methoxyls in 
the natural 0-methylvestitol. A more rigorous 
proof of the structure was achieved by its synthesis 
through hydrogenolysis of (6aS,l laS)-homoptero- 
carpin (3b). Both samples of synthetic O-methyl- 
vestitol gave ORD curves which were superimpos- 
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able on the analogous curve of the natural com- 
pound. This can consequently be formulated as 
(3S)-2’-hydroxy-7,4’-dimethoxyisoflavan (1~). 
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A 3-hydroxyflavanone structure with the substi- 
tuents situated on ring A (4a) was deduced for the 
remaining compound Ci ,H,02(0H)20Me, in 
view of its UV, MS and PMR (including the 
characteristic AB-signal [9]: z 4.85, 5.50, two d, J 
10.0 Hz). The decision concerning the relative posi- 
tions of the hydroxyl and the methoxyl at C-6 and 
C-7 was made comparing the PMR spectra of the 
compound and of its diacetate. In contrast to a 
small paramagnetic shift of the H-5 signal, a com- 
paratively much larger shift of the H-8 signal was 
noted. This indicated, of course, that a hydroxyl at 
the vicinal C-7 position had been acetylated (4b). 
As expected, upon acetylation the B part of the ori- 
ginal AB-signal had undergone considerable para- 
magnetic shift (1.3 ppm), confirming the assign- 
ment of a secondary alcohol function to the 3-pos- 
ition. The 2R,3R_configuration for the natural 
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product 4a, was indicated upon comparison of its 
ORD curve with analogous data of representative 
3-hydroxyflavanones [lo]. 

The constituents of D. ec~zstoph~~llw~~ can be 
placed in a biosynthetic series: chalconc ---f isofla- 
vone --f pterocarpan -+ isoflavan. on which com- 
ments are available [i I]. 

dcred nood (9.6 kg) was successively extra&d with C,H, and 
EtOH. The C,>H,_ extract (X7.5 e). susoended In C,H,.. was 
poured on a Si02’ (SOOg) column~‘The iolumn was I&-&kited 
successively uith C&I,. CHCI, and MeOH. The C,H, soln 
was concentrated. The crystalline ppt was separated by 
filtration. Fractional recrystalllzations from C,,H,- MeOH 
yielded in the first CI-ops 321 (4.2g) and in the last crops (i )- 
demcthqlhomoptcrocarpin (X mg). The tiltrate was ebaporatcd 
and the residue (7C)g) was chromatographed on SiO, (4OOg). 
giving the following fractions with the tndicatcd cluants: Ilght 
petrol. ~(‘,H,, I:I (A,). C,H, (AZ. A,). C,,H&HCI,. I:1 (A,). 
CHCI, and C‘HCI, MeOH, 1 :I (A,). A,. A2 and Ai: no com- 
poncnt Isolated. Az was washed with C,H, 4 and rccrystalli,xd 
from MeOH affording ~itr~.s~r~oi (30 mg). A, was crystallized 
from C,,H, and rccrystallircd from C,H, MeOH anbrdinp Ic 
(70 mg). The CHCI, solu was cbaporatcd and the r&w 
(70 mg) was chromatoyraphed on SiO-. (500r). pivinz the fol- 
lowine fractions with ;hc’ indicated eliants: ~gl~t pc&ol. (B,), 
light petrol. C‘,,H,,. I:I (B,). C,H, (B,). <‘,,H,,AcOEt. 95:5 
(B,. B;). AcOEt !B,J. B,. B, and B,: no componrnt isolated. 
B2 (56 mg): oliphutrc~ MW. H, M~S washed with light petrol. and 
recrystallired from MeOH af?‘ording 3a (137 mg). B, was rccrcs- 
tallixd from C’,,H,, ~MeOH affording 421 (70 mgj. In the MeOH 
crystalliratwn Ilqtwrs the prrscncc of t/tr~~/zvi,~ LFHS dcmon- 
strxtcd by 7 LC’. 

The EtOfl cwtract (56Og) wxs cwtracted succcssivcl) with 
C,,H, and C‘HC1,3. The C’,,H, soln was evaporated. The residue 
( 17 p) \las chro~nntogr;~plled on SiO, (500 g)” giving the follow 
ing fractwns with the mdicatcd eluants: C,~H,,~~CHCI,. I : I (C,). 
C,,H,,~C’H(‘l,. 7:X (CL), CHCI, (C,), CHCI, MeOH. Y9:l (C4. 
C,). CHCI, MeOH. 98:: (C,). CL and Ch: no component iso- 
lated. C, was washed nith C,H, and recrystall~xd from 
MeOH affording la f 12 mg). C, has washsd with C,,H,, afford- 
ing fo,morwwti/~ (65 mgj. C4 was rccrystallired frotn C,H, 
McOH affording 2b (40 mgj. Ci was purified by thick law 
chromatography. yielding isoliqLliritipcnil1 (2 mg). The CHCI, 
soln was evaporated. The residue (5 g) \vas chrolTlilt[~SrilplIcd 
on SiO, (150~). giving the following fractions with the indi- 
catcd &ants: CHCI, (D,). CHCl,~~McOH. YY:l (1):. D,). 
CHCI, McOH. 99: 5 (D,). I>, and D,: no component isolated. 
Dz WRS tiashed with C,H, affording is,Ily2,/~ifiML,,Ii,l (8 mg). D, 
was rccryitallizcd from FtOH affordinp (2S)-lic/~tiriri~/~~~~j~~ 

(9 mgj. 
(3S)-2’-H!,d~o.\i,-7.4’-tli,,rerlro\-?,f.,of/tr~trr1 (1~). colourlcs\ crys- 

tals, mp 15?~15_7 (Found: C, 71.3X; H. 6.30. (‘,;H,,O, 
requires: C. 71.31; H. 634”,,). i.!,,‘,::” (nmj: 32X. 7X5 (c 14000. 

5100). \,k!:: (cm I): 3571. ?030. 2941. 1629. IiYO. 1534. 3515. 
1360. 1767. I II I. 913, 9.30. X15. Si.3. X07. 705. 725. 690. PMR 
[[CD,),CO. rl: 2.9X (d. J S Hr. I-i-5): 3.06 (tl. J 7 HI. H-h’): 3.5 1 
<ti. J 1 H/. H-b). i6-l (t/d. ./ S. 2 H7. H-6). .3.5X (i/t/. J 7. 2 Hz. 
H-5’). 3.7 (ti. .I 2 H/. H-3’). 5.5 0.0 (/)I. 2 H-2). 6.31 (.\. 2 OMc). 

crystals. mp 204 .?06 iFound: C. 66.80: H. 3.85. C,,H,,O, 
requires: C. 67.1 i: H. &Y.J”,,). ;.!.,““’ (nm): 213. 210. 7SO tt 10400. 
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