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§1Jﬂ 5 Packing diagram of Labdane2 views along b-axis. The hydrogen bonding are indi-
cated by dashed bonds.



51¥ 6 Crystal structure of trans-communate.



UV 8 Side-view of trans-communate, intramolecular CH...O bonding is shown by dashed
line,



11]1‘4 9 Crystal packing of trans-communate views along g-axis.

qUfl 10 Crystal packing of Labdanel views along a-axis.
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53U 10 The asymmetric intermolecular hydrogen bonding between carboxylic groups in
Labdane2.
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Crystal Sructures of Labdane Diterpenoids; Labda-7,12(E),14-triene-
17-oic acid and L.abda-12(Z),14,17-triene-18-oic acid, Obtained From

Croton oblongifolius.

Abstract

Two labdane diterpenoids; labda-7,12(£),14-triene-17-oic acid (1) and labda-12
(2),14,17-triene-18-oic acid (2), CxH3y02, have been isolated from stem barks of
Croton oblongifolius. Both 1 and 2 crystallized in the monoclinic- system, space
group C2. with cell dimensions of @ = 21.912(1)A, b = 7.4002(4)A, c = 11.507%7)A,
F=101.999(1)° and a = 21.308(2)A, b = 11.9067(9)A, ¢ = 7.5605(6)A, = 100.763
(1)°, respectively. Compound 1 formed an infinite intermolecular hydrogen-bonding
polymer [O1...02(-x+1/2,y+1/2,-z+2) 2.697(2)A), whereas compound 2 were linked

to form an asymmtric hydrogen bonding dimer [O1...02(-x, y, -z) 2.657(3)A].

Key words

Crystal Structure, Labdane Diterpenoid, Croton oblongifolius, Hydrogen bonding



Croroln Oblongifolius Roxb. is a rich sourse of diterpenoid compounds with
vartous skeletons. The diversity of this plant enables us to isolate the title compounds
1 and 2 in good yield. There are several closely related compounds of this skeleton
which differ only the stereochemistry of structural components, for example
comimunic acid', ozic acid® and cis-ozic acid’. Unfortunately, there is no information
on crystal structures of these compounds.  In the present paper we report the crystal
structure of Labda-7,12(£).14-triene-17-o0ic acid (1) and labda-12(Z) ,14,17-triene-18-
oic acid (2)*, which are obtained from Croron Oblongifolius.

The diffraction data were collected on a Bruker SMART CCD diffractometer.
Both structures were solved by direct methods. Refinedment were based on full
matnx least-squares methods, with anisotropic displacement parameters for all non-H
atoms. All hydrogen atoms were found from the difference Fourier maps and were
included in the refinement with isotropic displacement parameters. Table | shows
crystal data and the structure refinement parameters corresponding to the X-ray
diffraction analysis for both 1 and 2. Bond lengths and bond angles for both 1 and 2
were given in table 2 and 3, respzctively.

One of the six-member rings of 1 (Fig 1) adopted a chair conformation, and
the other ring adopted a distorted half-chair conformation. The carboxylic substututed
group (C17) of 1 participated in an intermolecular hydrogen bonding to the adjacent
molecule forming the polymeric H-bonded chains along the b-axis [O1...02#1 2.697
(2)A; H30...02#1 1.85(4)A; (#1 = -x+1.2, y+1.2, -z+2)] (Fig 3). The corresponding

~intermolecular distances are given in Table 4. The hydrogen atom(H13) at Cl1
involve in intramolecular CH/O interaction with the carboxylic oxygen atom(O1l)

[C11...01 2.934(3)A].






