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Steric Influences in Octahedral Cobalo-
ximes. The Crystal and Molecular Stru-
cture of trans-methylbis(dimethylglyo-
ximato) (phosphite)cobalt(IIl) Comple-
xes with Phosphite=P(OMe),Ph and
P(OMe)Ph,

The crystal structures of (P(OMe),Ph)Co-
(DH),Me (I) and (P(OMe)Ph,(DH),Me (II)
are reported .In both compounds the co-
balt atom has a distorted octahedral geo-
metry. Linear correlation between Co—P
bond lengths and Tolman’s cone angles in
the series R;PCo(DH),Me has been found

Synthesis and Configuration of New
Isomers of the Bis(aminocarboxylato)-
carbonatocobaltate(III) Ion

The reaction of potassium tricarbonato-
cobaltate(III) with glycine as well as §-ala-
nine, gave two new geometrical isomers.
The configuration of the isomers was de-
termined using its electronic spectrum and
by means of PMR spectroscopy.

The Crystal Structure of the Complex
[Y (H:0)5(NOx)] [Y (H:20):(NO:s)4]

The structure contains two crystallogra-
pically and chemically different complex
ions, with yttrium atoms as the center of
complexes. .

Structural Studies of Steric Effects in
Phosphine Complexes. Part XII'. Syn-
thesis, Characterisation, and Crystal and
Molecular Structure of Bis (trifluoro-
acetato) (trimesitylphosphine) mercury-
(II) Dimer, [Hg(CF;CO,),P(mesityl);].

The synthesis and crystal and molecular
structure of the title compound with the
bulkiest known phosphine, trimesitylpho-
sphine are reported. The Pmes; ligand has
a regular propeller conformation, enlarged
C—P—C angles, decreased Hg—P—C an-
gles, and a maximum cone angle of 208°.
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The Structures of Four Complexes of
2,2,6,6-Tetramethyl-3,5-heptanedione
Containing One, Four, Four and Nine
Cu(II) Ions

Bis-(2,2,6,6-tetramethyl-3,5-heptanediona-
toCu(Il) is a planar molecule with weak
packing interactions. Di-u;-methoxy-tetra-
kis[(2,2, 6,6-tietramethyl-3,5-heptanediona-

to)Cu(Il)] is a step tetramer. ys-oxa-bis-
pyrazolatotetrakis [(2,2,6,6-tetramethyl-3,-
-6-heptanedionato)Cu(II)] has four Cu(II)
ions tetrahedrally coordinated to a central
oxygen atom. Hexa-us-hydroxy-pe-(hydro-
gendioxo0-0,0’)-nonakis[(2,2,6,6-tetramet-

hyl-3,5-heptanedionato)Cu(II)] has six Cu-
-(II) ions occupying the corners of a tri-
gonal prism and three lying above the rect-
angular faces.

Synthesis and Characterization of Co-
balt(II), Nickel(II) and Coper(II) Chlo-
ride Complexes with Bis[(diphenylpho-
sphinyl)methyljphenylphosphine Oxide
and Bis[(diphenylphosphinyl)methyl]-
phosphinic Acid

Cobalt(II), nickel(II) and copper(II) chlori-
de complexes with the tripode organopho-
sphorus compounds: bis[diphenylphosphi-
nyl)methyl]phenylphosphine oxide (RPPh)
and Dbis[(diphenylphosphinyl)methyl]pho-
sphinic acid were studied. The compounds
were characterized by infrared and elec-
tronic spectral data and magnetic and
conductivity measurements. The isolated
complexes were of the general formulae
[M(RPPh);] [MCL]-4H,0 and [M(RPOH)Cl-
-nH,0],, M=Co(II), Ni(II) or Cu(II), n=
= 0—4; m = 1, 2 or more) .

The Conventional Bravais Unit Cell
from Diffractometer Data

This paper (a) describes how possible unit
cell axes are found from 15—25 accurately
centered reflections; (b) provides a proce-
dure for deriving the reduced cell; and (c)
indicates how International Tables for X-
-Ray Crystallography can be used to de-
duce the conventional Bravais cell from
reduced cell.
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Refinement of the Crystal Structure of
Synthetic TL:AsS,

The crystal structure of a synthetic sulfo-
salt T1;AsS; has been determined and re-
fined by X-ray diffraction method. Two
types of the Tl coordination polyhedra, de-
formed octahedron with one vertex split
and distorted trigonal bipyramid form a
three-dimensional framework. The AsS;
tetrahedra are isolated.

Synthesis and Structure of a Dimer-
capto-Iron(III) Porphyrin Derivative:
| Fe(SCsHF,),TPP | | Na c 18Cs|, CeHs

A low-spin di-mercapto-iron(III)-meso-te-
traphenylporphyrin complex with a d type
hyperspectrum in the solid state has been
synthesized. Structural parameters include
relatively long equatorial Fe—Np bond
distances of 1.998(3) A and relatively
short axial Fe—S bond distances of 2.312(1)

Crystal and Molecular Structure of 3p-
-Hydroxy-14,153-epoxy-503,143-card-
-20,22-enolide (Digirezigenin)

Digirezigenin and its methyl-suberate ester
are quasiisostructural with those of the
related compound digitoxigenin (Cy;Hz404).
The conformation of the title compound
is also compared with that of a bufa-20,-
22-dienolide (cinofubagin).

Cluster Hydroxides of the Composition
M,[TasCl.](OH)s- nH,0, With M=Na, K,
Rb, (CH;):N*; Air Oxidation of the Clu-
ster Unit [TasCl,]*>" in Alkaline Medium

Air oxidized methanol or methanol-water
alkaline solutions of [TasCl,]Cl, - 8H,0O
were used for the preparation of cluster
hydroxides. Aspects of air oxidation of the
cluster unit in the alkaline medium are
discussed

Eine Bemerkung iiber K;[NiQO.]

Single crystals of K;[NiO,] have been ob-
tained anew by reaction of surplus KOy
with the sidewall of Ni-cylinders. The
structure of K;[NiO,] has been refined. The
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interatomic distances and the Madelung
Part of Lattice Energy, MAPLE, were cal-
culated. ; i B %

Structural Aspects of 2-Thioimidazoli-
dine Coordination in Silver(I) Halide
Complexes

The crystal structure of AgCl - 2etu
and AgBr - 2etu have been determined
as well as the uncomplexed etu (etu =
= SC(NHCH,);). In both complexes Ag
has a distorted tetrahedral coordination.

Behaviour of Dimolybdenum Tetraace-
tate in Aqueous Solutions of Hydrogen
Halides. Synthesis and Crystal Struc-
tures of (pyH),[Mo,(0,CCH;);Br;] and
two Modifications of
(pyH):[Mo,(0,CCH:).I:] (py=pyridine)

Two modifications of axial diadducts
(pyH).[Mo,(0O,CCHs;),I;], and bromine ana-
log were prepared. The crystal structures
have been determined by X—ray diffract-
ion method. 19 T

The Crystal Structure of trans(NO,,
N=C—CH:)—(N-ethylidene-ethylene-
diamine) glycylglycinatonitrocobalt(III)
Monohydrate,
[Co(glygly)NO(CH;CH=en)]-H,O
Crystal structure of title compound has
been determined by X-ray diffraction me-
thod. The crystal structure consists of
enantiomeric pairs of complex molecules
and water molecules. The coordination
around the cobalt atoms is distorted octa-
hedral.

A Novel P{(II)-Pt(IV) Mixed Valence
Complex: The Crystal and Molecular
Structure of [LPt)u-I)(uMe-PCH,PeM-:),
PtMe;] [L:], L = 0.451 + 0.55Me

The crystal structure is built up of sym-
metrical, linear [I;]” anions and partially
disordered cations. In the cations the Pt(Il)
and Pt(IV) centres are characterized by
square planar and octahedral coordination
geometries.
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The Crystal Structure of Disodium Tho-
rium Bisphosphate, Na,Th(PO:):

Crystals of the title compound crystallize
in two different space groups, C2/c and
P2//c, retaining the same unit cell and
practically the same structural arrange-
ment. The metal polyhedra, formed by O
atoms, are connected by common corners,
edges, and planes. .

A Folded Conformation of 1,4,8,11-Te-
trathiacyclotetradecane in its Mercury
Compound: 1,4,8,11-Tetrathiacyclotetra-
decanedipycratomercury(II) Heminitro-
methane,

[Hg(C1oH»S4)(C:HoN304),] - 1/2CH3NO;

The structure was solved from diffracto-
meter data and refined to R = 0.030. Co-
ordination polyhedron of the mercury
atom is a distorted octahedron. The macro-
cycle is folded so that three sulfur atoms
are in an equatorial and the fourth in an
apical position. The conformation of co-
ordinated macrocycle is compared to the
conformation of free crystalline macro-
cycle and to the conformation of cyclote-
tradecane at 116 K.

Crystal and Molecular Structure of (S)-
a-(p-Bromobenzenesulphonamido)-f-
-propiothiolactone

Crystal structure of title compound has
been determined by X-ray diffraction me-
thod. Heterocyclic four-membered ring has
a puckering angle of 8.9(4)°. Discrete mo-
lecules are connected by intermolecular
N—H... O hydrogen bonds.

Polarized Infrared Spectra of Tolane
Single Crystal

Polarized infrared spectra of the oriented
and very thin tolane crystal have been
measured in the 3500—50 cm™ region. The
application of the vibrational spectroscopy
in studying the conformation of the free
tolane molecule is discussed.

The Crystal Structure of Pyridinium
u-salycilato-tetrachloro-u-oxo-p-ethoxo-
-dioxodimolibdate(V)
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The crystal structure of the title complex
is built up of pyH" cations and [Mo,0;Cls-
(C,Hs0) (HOC(H,CO,)]> anions. Each mo-
lybdenum atom of the binuclear anion is
octahedrally coordinated.

The Structure of Thorium(IV) Ditita-
nium(IV) Oxide, ThTi,Os

The crystal structure of a modification of
ThTi,O¢, obtained from the melt at 1100 °C,
has been analysed by X-ray diffraction.
The structure is based on a near-hexagon-
al close-packing of the oxygen atoms with
the thorium and titanium atoms in »octa-
hedral sites«. The Ti coordination poly-
hedra form layers parallel to the (100)
which are connected by zig-zag chain of
the Th coordination polyhedra running in
the [001] direction.

The Crystal Structure of (2,3,9,10-tetra-
methyl-1,4,8,11-tetraaza-1,3,8,10-cyclo-
tetradecatetraone)copper(Il) Tetraphe-
nylborate

The CuTIM cation, planar except for two
methylene groups, is one of the rare cases
of planar four-coordinate copper(Il), al-
though the apical regions of the coordinat-
ion sphere are occupied by the centers of
phenyl groups from two tetraphenylborate
ions. i web e

An Absolute Configuration of (1R/4R,
5R)-4-Methoxy-8-acetyl-7,7-dimethyl-
-6-thia-3,8-diazabicyclo[3.2.1]octane-2-
-one, CIOI{16N203S

The crystal and molecular structure of the
title compound was determined; its abso-
lute configuration 1R,4R,5R was deduced
from X-ray and CD spectral data. The
conformation of the diazabicyclo[3.2.1]
octane ring is boat-envelope-chair. Mole-
cules are connected in an. infinite chain
by hydrogen bonds between amino and
carbonyl groups.

The Crystal Structure and Magnetic
Properties of the Cu;MnAl,_,Hg, System
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The system Cu,MnAl,_Hg, was studied
by X-ray diffraction, neutron diffraction
and magnetic susceptibility technicques.
It is shown that the Curie temperature
strongly depends upon the Hg concentrat-
ion and all compounds with x > 0.4 are
ferromagnetic. .

Synthesis and Crystal Structure of Te-
traethylammonium Di-y-fluoro-bis
[aquadifluoro-oxovanadate(IV)]

Crystal structure of the title compound has
been determined by X-ray diffraction me-
thod. The structure consists of discrete
binuclear units [V,0,F¢(H,0),]> with a cry-
stallographic centre of inversion. Dimeric
units are linked into chains by hydrogen
bonds.

Crystal Structure and Infrared Spectra
of Anhydrous (Adeninato)methylmer-
cury(Il)

The crystal structure and the infrared
spectra of the title compound and the
monohydrate are compared.

Mercuration of Some Aliphatic Aldehy-
des. The Crystal Structure of 2,2-Bis
(chloromercury)butyraldehyde

Tris(chloromercuri)acetaldehyde, 2,2-bis-
(chloromercuri)propionaldehyde and 2,2-
bis(chloromercuri)butyraldehyde were ob-
tained by mercuration of the correspond-
ing aldehyde in an aqueous mercury(I)
chloride solution. The crystal structure of
2,2-bis(chloromercuri) butyraldehyde was
determined wusing diffractometer X-ray
diffraction data and refined by the least-
-squares procedure. The structure consists
of discrete molecules.

The Hydrogendifluoride Anion in an
Asymmetric Crystalline Environment:
The Crystal and Molecular Structure
of Trithioureatellurium(Il) Di(Hydro-
gendifluoride)

The crystal structure of Te[CS(NH,)ls-
(FHF), was determined at 133 K. The tri-
thiourea-tellurium(II) molecules crystallize

-as dimeric distorted square planar cations.
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Compounds. Role of Secondary Inter-
actions

The structures of organomercury compo-
unds are reviewed from the point of view
of the secondary bonds (bonds shorter
than the sum of the van der Waals radii)
which mercury atom forms with surround-
ing atoms.

Descriptors for Complex Inorganic
Structures

The paper presents the geometrical aspects
for description of structures by consider-
ation of a) quantitative dissection into
coordination polyhedra; b) specific atomic
volumes; c¢) minimal surfaces as large-
-scale features of silicate structures, and
d) complexity.

Structural Characteristics of ACuCl;
Salts

The coordination geometries and electronic
structures found in trichlorocuprates(II)
are reviewed. Trichlorocuprates occur in
two types: dimers and chains. The crystal
chemistry of both types is discussed.

Application of Bell-Shaped Functions in
X-ray Diffraction Broadening Analysis

Graphical and analytical solutions are gi-
ven for the crystallite size and strain pa-
rameters, which cause broadening. The
effect of the truncation of the profile tails
on the size and strain parameter values is
discussed. The truncation much more af-
fects the functions describing the size pa-
rameter than the ones describing the strain
parameter.

An Investigation of the Acceptor Pro-
perties of Some Organomercurials by
Molecular Weight Measurements and
X-ray Photoelectron Spectroscopy

Stability constants from molecular weight
measurements have been investigated for
some R,Hgbpy and R,HgOPPh; complexes.
Acceptor properties of some R,Hg com-
pounds were found by X-ray photoelectron
spectroscopy.
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