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Abstract—Glut-5(10)-en-3-one, a new pentacyclic triterpene ketone, was isolated from Andrachne cordifolia (aerial

parts and roots).

INTRODUCTION

In a previous communication [1], we reported the
isolation of a new triterpene alcohol from Andrachne
cordifolia. The present paper reports the isolation and
structure elucidation of a new triterpene ketone, glut-
5(10)}-en-3-one (1) from the same plant {2].

RESULTS AND DISCUSSION

Glut-5(10)-en-3-one, C3oH:O (M1 m/z 424), mp
250-254°, gives a positive Leibermann—Burchardt test for
pentacyclic triterpenes and shows IR absorption bands at
1700 (carbonyl) and 1648 cm ™! (unsaturation). On treat-
ment with 2,4-dinitrophenyl hydrazine it forms a crystal-
line derivative, mp 218-20°, and gives a positive
Zimmermann test.

The 'H NMR spectrum (%0 MHz, CDCl,) of the parent
triterpene contains signals for eight C-methyls at §0.82
(3H, s), 9.85 (3H, 5), 0.93 (3H, 5), 0.95 (6H, 5), 1.05 (3H, 3),
1.15 (3H, 5), and 1.18 (3H, 5). The absence of a signal for
olefinic protons, shows the tetrasubstituted nature of the
unsaturation present in the compound.

The mass spectrum of compound 1 is similar to that of
other pentacyclic triterpenes [3]. The presence of peaks at
mjz 424 [M]*, 409, 396, 274, 259 and 205 are fully
consistent with a glut-5(10)-en skeleton [4]. Further, from
the mass values of the above peaks it is evident that the
keto group in the triterpene is present in the A/B ring
portion. Conclusive evidence regarding the glut-5(10)-en
skeleton for the triterpene is provided by its conversion to
glut-5(10)-ene (2) [ 5] by catalytic reduction. Finally, from
biogenetic considerations as well as from the positive
Zimmermann test, the keto group is placed at C-3.
Consequently this new triterpene is glut-5(10)-en-3-one
).

EXPERIMENTAL

All mps are uncorr. The plant was supplied by M/S, United
Chemical & Allied Products, Calcutta, India (their specimen
No. 906).

Extraction of A. cordifolia. Air-dried powdered plant (aerial
parts and roots) (1 kg) was extracted for 56 hr. The extract was

concd and chromatographed over 200 g of silica gel {mesh
60-120). Fractions 110-130 [petrol (bp 60-80°)-CsH, (3:1)]
were collected.

Isolation of glut-5(10)-en-3-one (1). Fractions 110-130 yielded
a white solid (1) which was crystallized from CHCI, (yield 0.35 g),
mp 250-254°, The IR, 'HNMR (90 MHz CDCl;}, MS are
described in Results,

Catalytic hydrogenation of glut-5(10)-en-3-one. Compound 1
(110 mg) in HOAc (50 mi) and cyclohexane {20 ml) was hydro-
genated [P1O, (80 mg)/H,] at room temp. and pressure. The
catalyst was filtered off and the filtrate diluted with H,O and
extracted with Et;O. The Et,0 layer was dried over Na,SO,,
filtered and the filtrate evapd. The solid residue crystallized from
EtOAc as colourless plates (2), C3oHsq ([M]*, m/z 410), mp 228°,
[a]p— 40. The physical properties of 2 are the same as those
reported in lit. [5].
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Abstract—A new lignan, ent-isolariciresinol, has been isolated from the ethanolic extract of the aerial parts of Reseda

suffruticosa together with sitosterol glucoside.

INTRODUCTION

This communication is the first to describe the com-
pounds of the Reseda suffruticosa, an endemic plant of
Spain and present throughout the Iberian Peninsula on
calcareous soil.

RESULTS AND DISCUSSION

Reseda suffruticosa specimens were collected in July at
Chinchén (Madrid, Spain). They were submerged in
EtOH for several days at room temperature. From the
ethanolic extract of Reseda suffruticosa, 5.5 %, of the aerial
parts of the plant (dry weight), the benzene-soluble part
(45.7%;) was separated and the residue was separated into
a water-soluble (48.0%) and a n-BuOH-soluble fractions
(52.0%). The n-BuOH-soluble fraction was separated by
CC and 1 crystallized from the CHCl;-MeOH (9:1)
eluate. After acetylation of the residual liquids and further
CC, the acetyl derivatives 2 and 3 were isolated.

Compound 1 is an aromatic hydroxy derivative (3400,
1615, 1525 cm ! in IR spectrum). The ! H NMR spectrum
(Table 1) shows signals,of two OMe and the following
groups: two CH-CH,OH and Ar-CH,—CH. One of the
aromatic systems was found to be 1,3,4-trisubstituted,
while the other was 124 5-tetrasubstituted. The
13CNMR spectrum reveals signals for 21 carbons: three
Me, three CH,, eight CH (five sp?) and seven completely
substituted carbons of which six are sp? hybridized.
Compound 2 was obtained by acetylation with

Ac,0-CsH;N and in its 'H NMR spectrum (see Table 1)
four signals corresponding to acetoxyl groups could be
observed.

The physical and spectroscopic properties of 2 ([a],
+3.6) and those of isolariciresinol tetraacetate [1] ([«],
— 3.5) are the same except the sign of rotation, since 1 has
a ent-isolariciresinol structure. Compound 3 is identified
as sitosterol glucoside.
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