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methylphenyl)~3,4,6,7,9,10—hexahydro 1,8 (2H,5H) acridine
dione. (Cg4HygNOy) Crystal data: Space group Pben, a=15.899,

b=12.272, ¢=10.618 A, Z=8. Trial structure refined to R=0.11.
Structural and conformational features in these three
acridinediones will be presented.

PS-06.05.07 STRUCTURE OF 6(R)-6-(TETRA-O-ACETYL-D-ARA
BINC-TETRITOL-1-YL)~-3- (4-CHLOROPHENYL~1, 2-BIS (ETHOXY
CARBONYL.) ~1H, 2H, 3H, 6H-TETRAHYDROTETRAZINE. . By M.J.
Didnez, M.D. Estrada, A. Lépez-Castro and S.
Pérez-Garrido. Instituto de Ciencias de Materiales de
Sevilla, CSIC, and Departamento de Fisica de la
Materia Condensada, Universidad de Sevilla. Apdo.
1065, E-41080, Sevilla, Spain.

The crystal structure of the 6(R)-6-(Tetra-O-acetyl-
D-arabino-tetritol-1-yl)-3-(4-chlorophenyl)-1, 2-bis
(ethoxycarbonyl)-1H, 24, 3H, 6H-tetrahydrotetrazine, has
been determined as a part of structural
investigations of some tetrahydrotetrazine
derivative compounds in order to obtain detailed
conformational and configurational information.
026H33N4012C1, (Avalos, Babiano, Cintas, Jiménez, Molina,
Palacios and Sdnchez, Tetrahedron Lett. 32 (1991) 2513-2516.)
crystallizes in the orthorhombic space group P2,2,2; with
a=13.671(2), b=28.300(2, ¢=8.314(5)A , V=3217(2)A and Z=4,
D=1.30 and Dy=1.29gem™3, A(MoKn)=0.7107A , p=0.177mm"1,
F(000)=1320, T=293K.

Intensities were measured on a CAD-4 diffractometer
with MoKe radiation, graphite monochromator, w/26
scan. The structure was solved by direct methods
using SIR (Burla, Camalli Cascarano, Giacovazzo,
Polidori, Spagna and Viterbo, J. Appl. Crystallogr.
22 (1989) 389-393) and the non-H atoms were refined
by full matrix least squares method. Refinement with
anisotropic thermal parameters converged to a final
R=0.067 (Rw=0.063) for 3471 reflections, I1>2¢(I). The
H-atoms were calculated from the geometry of the
molecule and assigned isotropic temperature factors
in fixed positions with the Uiso values.

The tetrahydrazine ring adopts a twist conformation
with ring-puckering coordinates (Cremer and Pople, J.
Am.  Chem. Soc. 97 (1975) 1354-1358) $=147(2)",
Q=0.417(8)A and 8=57(1)" for the sequence
N1-N2-N3-N4-C5-C6. The substituents C31, C41, CSt and
C21 are at -1.503(10), 1.400(10), -1.540(10) and
0.770(11)A fron the best calculated plane. The
asymmetric parameters (Nardelli, Acta Crystallogr.
C39 (1983) 1141-1142) are ACs(N3)=0.115(5) and
AC2[N1-C61=0.013(4). The terminal carbon of the sugar
chain deviates from planarity due to steric
hindrance . The sugar configuration is in accordance
with the title compound structure.

Packing is governed by van der Waals contacts.

PS-06.05.08 THE CRYSTAL STRUCTURE OF THE 1:2
ADDUCT OF OCTAFLUORONAPHTALENE AND INDENE.,
By lvan LEBAN, Department of Chemistry and Chemical
Technology, University of Ljubljana, POBox 537, 61001
Ljubljana, SLOVENIA. Fax:+38 61 158-220.

The crystal structure of the title compound was determined by
the means of the 3D-X-ray structure analysis. The crystals
were kindly supplied by Prof. B.Sket and Dr. N.Zupandi¢, Labo-
ratory of Organic Chemistry, Dept. of Chemistry and Chemical
Technology, University of Ljubljana. The conventional crystal
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data are: CygHygFg, M;=504.3, triclinic, Pi, a=7.546(1),
b=9.629(1), c=15.876(2)A,0:=83.16(1), p=81.17(1),y=71.23(1)°,
V=1076.3 A3. The final conventional R-value was 0.0461 for
3067 observed reflexions (I > 3a(1), Enraf-Nonius diffractometer
data, SHELXS86, SHELX76, ORTEP programmes, all H
atoms located).

The stereochemistry and peculiar geometry of this adduct as
well as the reaction pathway will be presented in details.

PS-06.05.09 STRUCTURE OF 6(R)-6- (TETRA-O-ACETYL-D-ARA
BINO—TETRITOL~1—YL)—3—PHENYL—2—CYAI‘\JO—1H, 2H, 3H, 6H-TE~

TRAHYDROPYRIDAZINE. By M.J Dianez , M.D. Estrada, A,
Lépez-Castro and S. Pérez-Garrido. Instituto de
Ciencias de Materiales de Sevilla, CsiIc, and
Departamento de Fisica de la Materia Condensada,
Universidad de Sevilla. Apdo. 1065, E-41080, Sevilla,
Spain.

The title compound is a product of the reaction of the
azoalkene, CeHs~-N=N~-CH=CH- (CHOAc ) 3-CHz0Ac, with the
acrylonitrile. The compound crystallizes in the space
group P212121, with the following cell dimensions:

a=11.763(1), b=24.269(2), c=8.433(4)A, V=2407.4(1)A°
and  four molecules per unit cell. p = 0.932cm]
De=1.30gem; > F(000)=1000,  A(MoKa)=0.7107,  T=293K.

Altogether, 3917 reflections were collected on a single
crystal CAD4 Enraf-Nonius diffractometer using graphite
monochromated MoKa radiation, of which 2900 with
I>20(I) were considered in the structure refinement.
The structure was solved by direct methods using SIR,
and refinement of the non-H atoms by full matrix
least-squares methods. H atoms were calculated from the
geometry of the molecule and assigned isotropic
temperature factors in fixed positions with the Uiso

values corresponding to those of the carrier atoms .
The final cycles of the refinement gave R=0.06,
wR=0. 08.

The conformation of the tetrahydropyridazine ring is
intermediate between the boat and twist-boat.
Puckering Cremer and Pople parameter are: 8=54(1)°,
0=0.480(3)A and ¢=166(1)°, and Nardelli asymmetric
parameters ACs(N1}=0.071(2) and AC2={N1-C6]=0.056(2)

The last carbon of the arabino chain deviates
significantly from planarity. The configurations of
the sugar chain agree with the title structure. The
crystal cohesion is governed by van der Waals forces.

PS-06.05.10 X-RAY STUDY OF 2-METHYL-3-ALKOXY-
CARBONYL - 4 - ARYL - SUBSTITUTED, DIFFERENTLY
SATURATED PYRIDINES AND 1,6-NAPHTHYRIDINES. By
K. Simon, M. Balogh, I. Sziligyi and 1. Hermecz, Chinoin
Pharmaceutical and Chemical Works Ltd, Budapest, POB 110,
H-1325, Hungary.
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A series of 1,4-dihydropyridines (1), 1,4;5,6—tetrahydropyridines The compound (1) was formed as a reaction product in the
(2) 1,4-dihydro-1,6-naphthyridines (3) 1,4,5,6-tetrahydro-1,6- preparation of an isothiazalolpyrimidine analog (Il) based

naphthyridines (4) have been synthesized as potential calcium
antagonists and analyzed by X-ray diffraction. .

In the solid state the unsymmetrically substituted 4-aryl group is possess significant antimicrobial and antihistaminic ~ activi-
always in axial position oriented either toward the C-4_hydrogen fies [Dave, Shah, Desai, Srinivasan (1982). Ind. J. Pharm
(synperiplanar) or away from the C-4 hy.drogen (antiperiplanar): Sci. 44(4) ’83] ‘The co;n ound is possibl .a reérrén o :
P mmeiohd ary; gg;lup mil%l;ti;njﬂlue;;g receptor binding mént prod'uot bf the isothigzalopyri%idine }almalog (1 gand
(G- Rovnyak et al,, /. Med. Chem., » 31, 936). may be similar to the rearrangements reported in several
other ring systemss [Brown (1961). Nature 189, 828].

on isosterism with sulfur atom replacing ethylenic moieties
of some pyridopyrimidinethione derivatives (lll) reported to
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PS. 36.05.11 CRYSTAL STRUCTURE OF 3-PHENYL- s 5
AM NO-4-PHENYLIMINOISOTHIAZALO-{3,4-d] 2

PYT ‘MIDINE-6(5H-7H)-THIONE. P. Phavanantha®,

C. Patarapanich®, S. Akarapanichkorn® and T. Taga*.

* Chulalongkorn Univ., Crystallography Lab, Bangkok
10330, Thailand. * Kyoto Univ., Faculty of Pharmaceutical

Sciences, Kyoto, Japan. PS-06.05.12 CRYSTAL STRUCTURES OF h 2.10-

DICHLORO B-ETHOoxy-Disenzo [ d.gl [1.3.6.2]  pioxa
3-phenylamino-4-phenyliminoisothiazalo-[3,4-d] pyrimidine- THIAPHOSPHOCKN  6-oxiDE_ and(D 8-(PHENOXY)—10H
6(5H-7H)-thione, C,H,N.S, M, =351.45, monaciinic, -piNaPTHO [ 2.+d 1.27-81(1.3.6.2) DIOXATHIA
P2 /a, a=15590(4), b=22.176(4), c=4.724(2) A", PHOSPHOC B-OXDE: CONFORMATION OF B-rEMBERED
$=9268(2), V=1631.3 A%, Z=4, D (297K) = 1.400, M. KRISHNAIAH, S.MANI NAIDU, N.JAGADEESH KUMAR,
D, =1.431 gcm?, CuKe, 2=154178 A°, u=29.72cm™, Department of Fhysics, College of Engineering,
F(000) = 728, T=298 K, R=0.061 for 1474 reflections. iﬁi Zenkat»eswara University, TIRUPATI-517 502,

DIA.

Biologically the cyclic forms of organo-
phosphorus compounds containing phosphoryl
units react rapidly with proteins and nucleic
acids in the cell to alkylate carboxyl,
sulfhydroxyl and amino groups. Suitably
substituted phosphoryl units in the molecule
exhibit significant physiological activity

(schrader, 1963). These molecules play an
important role as insecticides, pesticides,
nerve gases, etc. Dioxaphosphocin
derivatives have applications as
bactericides, fungicides, lubricants,
insecticides, etc. The structures of the

title compounds have been investigated to
know the effect of the substituents on the
conformation of the hetero ring.

(I} Crystals of the first compound are
colourless transparent from methanol and
toluene, CoHNOIF3C12, My=37T7.18; Orthorhombic
Pnma, a=15.331(3), b=11.253(2) and c:8.973(4gﬁ
v=1548.0(8)R°; 7=4; g=1.615 and g=1.618gmem ;
v{CuKa)=62.32cm ;F(000)=768;Final R=0.051 &
Rw=0.059 for 1293 (I23e(1)) significant
reflections.
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