
Coordimtion Chemistry Reviews, 16 (1975) 341-353 
0 Elsevier Scientific Publishing Company, Amsterdam - Printed in The Netherlands 

X-RAY BIBLIOGRAPHY 

H. CLEARY STYNES 

York University, Downsview. Ontario, M3J 1P3 (Canada) 

(Received November 5th, 1974) 

Tri-p-carbonyl-bis-(1,2-diphenyl-3, 4-di-t-butylcyclobutadiene)di-iron 
(14) 2 = 4, R = 6.1% for 1484 non-zero reflections. The dimeric molecule 
is located on a crystallographic two-fold axis passing through the centre 
of the Fe-Fe bond and a CO group. The most remarkable feat=lre is the 
extremely short Fe-Fe bond, 2.177(3) 8, a triple bond. The two iron 
atoms are bridged by three CO groups, Fe-CO(avg) = 1.974 8, the cyclo- 
butadiene ring is essentially square planar. 

S. Murahashi, T. Mizoguchi, T. Hosokawa, I. Moritani, Y. Kai, M. Kohara, N. 
Yasuoka and N. Kasai, J. Chem. Sot. Chem. Commun., (1974) 563. 

Chloro-~4-(chioro-t-b~tyl)methylene-2,5-~-~-butyl-l-3-~-cyclopen~-Z-eny~]- 
triphenylphosphinepalladium, [Pd{C1(Me3CCzH)a)C1(PPha)], MeCOzH 

(P2&) 2 = 4, R = 6.7% for 3056 independent reflections. The organic li- 
gand consists of a ((chloro-t-butylmethylene)cyclopent-2-enyl) unit which 
is approximately pIanar and the three endocyclic carbon atoms are some- 
what symmetrically bonded to the metal. The acetic acid of crystaIIiza- 
tion is hydrogen bonded to the Cl bound to Pd. The complex exists in two 
v3-allylic forms, an exocyclic and an endocyclic one which interconvert. 

P.M. Bailey, B.E. Mann, A. Segnitz, K.L. Kaiser and P.M. Maitlis, J. Chem. 
Sot. Chem. Commun., (1974) 567. 

Close-l, l-(Me,PhP)z-2,4-Mea-l, 2,4-PtCzBsHa, A and nido-10, IQ-(Et,P)z 
2,8-Mez-10,2, B-PtCzB7H7, B 

A. Triclinic, R = 4.2% for 4330 reflections, B. (P2&) R = 10.7% for 2810 
significant reflections. In A the metal coordinates three boron and two car- 
bon atoms to complete a cfoso-2,4-dicarbaicosabedron. Pt is - 1.75 A 
above the CaBs face. In B, Pt coordinates boron atoms 5,6,7 and 9 to pro- 
duce a nido-lo-atom polyhedron whose geometry best approximates to a 
bicapped [B(9) and C(Z) ] square antiprism. 

M. Green, J.L. Spencer, F.G.A. Stone and A.J. Welch, J. Chem. Sot. Chem. 
Commun., (1974) 571. 

Dithiocarbamato derivatives of ally1 molybdenum nitrosyls [ (n 6-CsHs)Mo 
(NO)(CO)~~2-H2C:~HCHzSC(:S)N~~e~~], A and ~(~s-C~s)Mo(NO) 
(H2CCH:CH2)(~2-S2CNMe2)], B 
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A. (P2+) 2 = 4, R = 10% for 1702 independent reflections, B. (P2i/c) 2 = 
4, R = 5.6% for 772 independent reflections. In A, MONO and MoCO are 
linear, MO-N = 1.79, MO-C = 1.97 A, the dithiocarbamate &and is bond- 
ed to the allylic group rather than to the metal atom. There is restricted 
rotation about the S-C and C-N bonds. In B, MO-N-O (178”) is linear 
S&NMea is planar as is the pentahapto cp ring. 

N.A. Bailey, W .G. Kita, J.A. McCleverty, A. J. Murray, BE. Mann and N.W. J. 
Walker, J. Chem. Sot. Chem. Commun., (1974) 592. 

UBr4, a new MX4 structure type 
.(C2/m) 2 = 4, R = 15% for 274 background-corrected pattern intensities. 
UBr, is a new MX4 structure type, the configuration around the uranium 
atoms being the pentagonal bipyramid [U Br Brs,s] 

J.C. Taylor and P.W. Wilson, J. Chem. Sot. Chem. Commun., (1974) 598. 

An unusua? copper(I) polynucfear species: tetrakis (copper trifluoroacetate)- 
dibenzene, CU~(F~CCO~)~ .2CsH, 

(P2i/n) 2 = 4, R = 10.6% for 2342 unique reflections. The structure may 
be described as a planar parahelogram of four copper atoms, shortest 
Cu-Cu = 3.07(l) A. These Cu atoms are held together by bridging trifhroro- 
acetate groups (TFA). Cu-0 = 1.83-2.2 A, O-Cu-0 = 162-175”. 

P.F. Rodesiler and E.L. Amma, J. Chem, Sot. Chem. Commun., (1974) 599. 

[NBud ‘[~-Fe(CO)4-B7H1$‘- 
(P2,/c) 2 = 4, R = 11% for 2283 reflections. The ion is a Bs pentagonal 
pyramid with a BHs group and an Fe(C0)4 group inserted into bridging po- 
sitions between and beneath basal protons. B-Fe(avg.) = 2.20(2) a. 

0. Hollander, W.R. Clayton and S.G. Shore, J. Chem. Sot. Chem. Commun., 
(1974) 604. 

Planar iridium(I1) complexes; trans-[Ir(Bu$PCsH,O),],A and tram-[Ir {Bu& P&H, 
(GMe)G]aI, B 

A. (P2,fc) 2 = 2, R = 6% based on 1851 reflections, B. (pr> 2 = 1, R = 6.7% 
based on 3039 independent reflections. A has exact Ci symmetry and is rigor- 

ously pfanw kff = 1.76 B.M. h-P = 2.303, h-0 = 1.99 A. B has C, symme- 

try, Peff = 1.78 B.M. h--P = 2.306, h-0 = 2.00 A. 
R. Mason, K.M. Thomas, H.D. Empsall, S.R. Fletcher, P.N. Heys, E.M. Hyde, 
C.E. Jones and B.L. Shaw, J. Chem. Sot. Chem. Commun., (1974) 612. 

Dimerization and condensation of pentane-2,4-dione by MOCf4 
[M = MO or W J , Structure of [C,~,sO~]‘[C~,Cl~Wwo,l-(p2l/n) 2 = 4, 
R = 4.5% for 2268 independent reflections. In the anion the tungsten is in 
a six coordinate distorted octahedral environment. Bond lengths are normal. 

M.G.B. Drew, G.W.A. Fowles, D.A. Rice and K.J. Shanton, J. Chem. Sot. 
Chem. Commun., (1974) 614. 
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Models for the methylmercury-protein interaction: a comparison of the mo- 
lecular structures of methyl-4cysteinatomercury(II) and methyl-DL-methio- 
ninemercury( MeHgSCHzCH(NH$)COz, HzO, A and MeHgMeS(CH&CH- 
(NHz)CQZ, B 

A. (P2,2,2,) 2 = 4, R = 6.5% based on 980 reflections, B. (P2,/c) 2 = 4, 
R = 9.9% based on 1027 reflections. In A the amino-acid coordinatesin the 
zwitterionic form -SCH,CH(NH~)CO, to MeHg’ via a deportonated sul- 
phydryl group such that an almost Iinear C-Hg-S unit is formed. Hg-C = 
2.09(4), Hg-S = 2.352(12) A. In B the methionine is coordinated via an 
amino group, Hg-N = 2.0664) a. 

Y.S. Wong, N.J. Taylor, PC. Chieh and A.J. Carty, J. Chem. Sot. Chem. Com- 
mun., (1974) 625. 

Planar TizNz rings with five-coordinate titanium(IV), structure of catena-di- 
~-chloro-bis-~-(trimethylsiiylamino)-di-[ch~orotitanium(IV)], fMe,SiNTiCld. 

(P2,lc) 2 = 8, R = 10% for 1298 observed reflections. The structure con- 
tains planar four-membered (Ti-N), rings with planar geometry at N which 
are linked by Cl- bridges, giving five coordinate Ti atoms in approximately 
trigonal bipyramidal geometry. Ti-N (avg) = 1.89, Ti-Cl (avg. terminal) = 
2.21, Ti-Cl (bridging) = 2.43 - 2.51 A. 

N.W. Alcock, M. Pierce-Butler and G.R. Willey, J. Chem. Sot. Chem. Commuri., 
(1974) 627. 

Reaction products of Hofmann’s base with corresponding acid; tetrakis (tri- 
fluoroacetoxymercuri)methane, C(HgOCOCF& A, and tetrakis (acetoxy- 
mercuri)methane, C(HgOCOCH&, B 

A. (P4&2) 2 = 2, R = 2.8% based on 1100 reflections, B. (P2,lc) 2 = 4, R = 
11.4% based on 1830 reflections. In A the carbon atom is bonded to four 
Hg atoms, in an almost regular tetrahedron, Hg-C-Hg = 112.36(2)” _ Each 
Hg is linked to one carboxyl oxygen, Hg-0 = 2.065(10) A. The structure 
of B is similar to A with C-Hg = 2.03-2.07, Hg-0 = 2.02-2.18 A. 

D. Grdenic, B. Kamenar, B. Korpar-colig, M. Sikirica and G. Jovanovski, J, 
Chem. Sot. Chem. Commun., (1974) 646. 

Trisdimethyltin(IV) bis(orthophosphate)octahydrate (MezSn)3(PO&8Hz0 
(Prima) 2 = 4, R = 8.1% for 1586 unique reflections. The structure of 
(MezSn)s(P0&.8Hz0 shows one tin atom in a regular octahedral environ- 
ment with trans-methyl groups, and the other tin atoms in a highfy distort- 
ed (iC-Sn-C = 147”, 150” ) tetrahedral config~ation due to weak coordi- 
nation to two water molecules; ai1 the HZ0 molecules are involved in hy- 
drogen bonding to each other and to phosphate oxygen atoms. 

J.P. Ashmore, T. Chivers, K.A. Kerr and J.H.G. Van Roode, J. Chem. Sot. 
Chem. Commun., (1974) 653. 
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(P212121) 2 = 4, R = 4.5% based on 3122 reflections. The title compound 
exists as discrete five coordinate molecules which have a distorted square 
pyramidal geometry. MO-O = 1.647(3), Mo-CI = 2.342(l), 2.305(l), 
2.325(l), MO-S = 2.460(l) a. 

P.M. Boorman, CD. Garner, F.E. Mabbs and T.J. King, J. Chem. Sot. Cnem. 
Commun., (1974) 663. 

Products from the hydrolysis of cis-PdCi,(Ph,PeCCF&, structure of a l-di- 
phenylphosphine-3,3,3-trifluoropropen-Z-olato complex, PdCl(PPhzOEt)- 
[ PhaPCHC(CFs)O] CHzClz 

(Pica) 2 = 8, R = 8.5% based on 2020 and observed reflections. The Pd is 
coordinated by a chloride, a diphenylethoxyphosphine, and a deproton- 
ate? 1-diphenylphosphine-3,3,3-trifluoropropen-2-01 (Dptpo) bidentate 
ligand. Pd”-0 = 2.102(13), Pd-P = 2.226(5), 2.242(5) A. 

8. Jacobson, N.J. Taylor and AJ. Carty, J, Chem. Sot. Chem. Commun., 
(1974) 668. 

Trimethylsilyl and trimethylgermyl group migration from ruthenium to cyclo- 
heptatriene; [Ru(SiMea) (CO)&,H,(CBF,)(SiMe,)] 

(Cc) 2 = 4, R = 7.0%. The structure establishes an exo-configuration for 
the migrant SiMeB. 

J.A.K. Howard, S.A.R. Knox, V. Riera, B.A. Sosinsky, F.G.A. &one and P. 
Woodward, J. Chem. Sot. Chem. Commun., (1974) 673. 

cis-ChIorodicarbonyl(tricyclohexylphosphine oxide)rhodium(I), cis-[RhCl- 
(co)2(~3po)I 

@‘2,/c, CL, No. 14), 2 = 4, R = 6.5% for 1905 independent reflections. 
The overall coordination geometry about the rhodium atom is closely 
square planar, with the two carbonyl ligands cis, Rh-Cl = 2.322(4), Rh-C 
= 1.72(l), 1.75(l), Rh-0 = 2.049(7) a. 

G. Bandoli, D.A. Clemente, G. Deganello, G. Carturan, P. Uguagliati and U. 
Belluco, J. Organometal. Chem., 71 (1974) 125. 

A rhodium acetyl. complex, ~Me~PhN*J~~Rh~I~(Me~O)~(CO~~~ 
(P21/c) 2 = 2, R = 10.0% for 2867 reflections. The coordination about the 
rhodium is approximately octahedral and the two octahedra are joined by 
a double halogen bridge across the symmetry centre. Rh-I (bridge) = 
2.679(2), and 3.001(2), Rh-C (acetyl) = 2.062(23) a. 

G.W. Adamson, J.J. Daly and D. Forster, J. Organometal. Chem., 71 (1974) 
C17. 

trans-PtI(CMe= NC&H&l) (PEt& 
(P2&) 2 = 4, R = 3.8% from 1791 independent reflections. The structure 
consists of discrete molecular units, with each platinum having four coordi- 
nate square planar geometry. Pt-P = 2.314(3), 2.321(3), Pt-I = 2.712(l), 
Pt-C = 2.027(11) BL. 
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K.P. Wagner; P.M. Treichel and J.C. Calabrese, J. Organometal. Chem., 71 
(1974) 299. 

Trimethyiplatinum azide (CH,)sPtNs 
(P&l) 2 = 4, R = 9.9% for 1030 observed reflections. The cubane strut- 
ture consists of [(CHs)sPtNsj4 molecules in which each a-N atom of the 
azido group links three Pt atoms. 

M. Atam and U. Mtiller, J. Organometal. Chem., ‘71 (1974) 435. 

A novel transition metal substituted tin hydride, HzSna[ Mn( CO)s] 4 
(C~/C) 2 = 4, R = 2.0% using 2968 independent reflections, The compound 
has C’s symmetry in the crystal. The tin atoms are in a strongly distorted 
tetrahedral environment, Mn( 2)-Sn( l)-Mn( 2) = 119.8”, 
Mn(l)-Sn(l)--Sri(l)‘’ = 121.9”, Mn(Z)-Sn(l)-Sn(l)’ = 107.7”. Sn-Mn =: 
2.67, 2.73, Sn-Sn = 2.89 A. 

K-D. Bos, E-J. Bulten, J.G. Noltes and A.L. Spek, J. Organometal. Chem., ‘71 
(1974) C52. 

Triphenylborane, (C&I,),B 
(Pbcn) 2 = 4, K = 5.5% for 749 reflections. In contrast to triphenylgallium 
and triphenylindium no intermolecuIar interactions are found for (CsH&B. 
The phenyl groups are tilted by about 30’ with respect to the boron val- 
ence plane. B-C = 1.57’7 a. 

F. Zettler, H.D. Hansen and H. Hess, J. Organometal. Chem., 72 (1974) 157. 

Dichlorobis(phenylamine)(bicyclo[2:2:l]-hepta-2,5-diene)ruthenium, 
RuCl#%H,) tCGHfln2) 

Gi: - Cmc2,) 2 = 4, R = 2.5% for 2642 observed reflections. The coordi- 
nation geometry about the Ru atom is distorted octahedral with the nor- 
bornadiene moiety bound through the two double bonds, trans-chloro 
and c&-aniline ligands. Ru-ct (where ct is the centre of the olefinic bond) 
= 2.066(4), Ru-N = 2.213(3), Ru-Cl = 2.415(2), 2.407(l) a. 

J. Manoli, A-P. Gaughan Jr. and J.A. Ibers, J. Organometal. Chem., 72 
(19’74) 247. 

Dichloro(difluoromethyl)carbonylbis(tripdium(III), 
IrCl&HF,) (CO) (PPh& 

(PB,/c) 2 = 4, R = 5.9% based on 1945 observed reflections. The structure 
consists of a slightly distorted octahedron trans-phosphine ligands. The di- 
fluoromethyl group is trams to Cl, Ir-C = 2.19(3) A. 

A.J. Schultz, J-V. McArdle, G.P. Kbare and R. Eisenberg, J. Organometal. 
Chem., 72 (1974) 415. 

Acetylacetonatoacetylacetonyltriphenylphosphine palladium(H) benzene 
solvate, [ Pd(acac),(PPhs) 0.5 C6H6] 
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= 4.4% fbr 1763 
rs-planar. The cy 

(mean) = 2.305(5), E%-C(sp3) = 2.~~~~~8~ and Pt-C 
R.F, Stepaniak and NC. Payne, J. Organometal. Chem., 



V. GramXich and CL Salonnon, J. Organometal. Chem., 73 (1974) CU. 

ne) (pe~tamethylcycluopent 

compound is 
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tices of an almost regular triangle with Nb-Nb = 3.14 A. The location of 
the Nb atoms indicates that the% bind only by the formate, hydroxylic 
and oxygen bridges instead of by direct Nb-Nb bonds. 

V-T. Kalinnikov, A.A. Pasyaskii, G.M. La.&, V.M. Novotortsev, T. Struchkov, 
A.I. Gusev and N.I. Kirillova, J. Organometal. Chem., 74 (1974) 91. 

Bis(tri-p-tolyphosphine) (trans-stilbene)nickel(O) hemitetrahydrofuranate, 
NiIPfC,H,CH,)3121(C,H,)HC = CH(CeH,) J. 0.5(C,HsO) 

(I$-Pccn) 2 = 8, R = 9.2% based on 2417 reflections. The Ni atom has 
trigonal coordination if the olefin ia regarded as a monodentate ligand. The 
two oiefinic carbon atoms are equidistant from the Ni atom. Ni-E (avg.) = 
2.181(4), Ni-C (avg.) = 2.019(13) +&. 

S.D. Ittel and J.A. Ibers, J. Organometal. Chem., 74 (1974) 121. 

CaNaHSiO* 
(CZ22,) 2 = 4, R = 8.4%. The crystal structure of CaNaHSi04 has been in- 
terpreted by means of the rhomb method. 

V.I. Lyatin, E.A. Kuz’min, V.V. Ilyukhin and N.V. Belov, Sov. Phys. Crystal- 
logr., 19 (1974) 60. 

Silver vanadate, Ag,_~XVdO1s, M = 1.05. 
The structure of the title compound has been solved using the Shenk meth- 
od. 

Yu.N. Drozdov, E.A. Kuz’min and N.V. Belov, Sov. Phys. Crystallogr., 19 
(1974) 65. 

Bis(p~id~e~dehydethiosemic~bazonate~cob~t(II~) chloride, 
/Co(C7H7N4S)z]C1.3Hz0 

(1112/a) 2 = 8, R = 14% for 990 non-zero reflections. The ligands 
(C,H,N.+S = PAT) were found to be planar. The coordination geometry 
around Co ‘Ix is distorted octahedral, comprising the sulphur and nitro- 
gen atoms of the hydrazine residues and pyridine from two PAT tigands. 
Co-S = 2.22(2), 2.28(2) 8. Co-N = 2.01,1.87,1.90 A. 

T.N. Tad&ova, K.N. Akatova and N.V. Belov, Sov. Phys. Crystallogr., 19 
(1974) 70. 

Rubidium ozonide, RbOs at -16°C 
(P2,/c) 2 = 4, R = 15%. The structure consists of intersecting layers of 
ozonide groups with rows of rubidium atoms between them. The angle be- 
tween the O-G bonds in the triangular 0, ion is lOlo, O-O = 1.40, 1.45 
(1.42 - mean) A. 

V.A. Sarin, V.Ya. Dundarev and M.S. Dubrolyubova, Sov. Phys. Crystallogr., 
19 .(1974) 74. 

Structures of Ce,Ni&ia and related compounds 
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The structure of Ce,Ni$ia is of a new type and the following isostructural 
compounds have been found: LQNi&, PreNiaSia, NdGNi&. 

0.1. Bodak, E-I. Gladyshevskii and 0.1, Kharchenko, Sov. Phys. Crystdllogr., 
19 (1974) 80. 

Potassium europium molybdate, KEu(MoO& 
(Pi) 2 = 4, R = 11% for 1500 reflections. In the structure two independent 
MO atoms have tetrahedral coordination (MO-O mean = l-78,1.79 A), 
and the K and Eu atoms lie within eight vertex figures. The polyhedra are 
linked into a three dimensional structure via common edges of the K and 
Eu eight-vertex figures and vertices of the MO tetrahedra. Eu-0 (avg.) = 
2.43, K-0 (avg.) = 2.78 A. 

RF. Klevtsova, L.P. Kozeeva and P.V. Klevtsov, Sov. Phys. Crystallogr., 19 
(1974) 89. 

Vanadium garnet, NaO&a,&o,V,Olz 
Metal oxygen distances, V-O = 1.72, Co-O = 2.09, Na, Ca-0 = 2.43 A. 
Comparison of the structure with that of other garnets shows the vanadates 
to have the most regular MO4 tetrahedra. 

E.L. Dukhovskaya and B.V. Mill, SGV. Phys. Crystal&r., 19 (1974) 84. 

Li&rZ0,.2HZ0, a neutron and X-ray diffraction study 
The complete structure is Li,C!r,O,(OH),.H,O. 

I.D. Datt and R.P. Ozerov, Sov. Phys. Crystallogr., 19 .;1974) 110. 

Adduct of Cu” salicylate with dioxane, Cu~(HOC~H~~O~)*C~HsO~2H~O 
(P2Jc) 2 = 2, R = 1.8.6%. The structure consists of Cu,fHOC,H&OO).+2Hz0 
dimers, Cu-Cu = 2.64 A. Each copper has octahedral coordination, 
made up of four oxygen atoms of the carboxyl groups (Cu-0 = 1.98-2.03 
A), the neighbouring copper atom and H,O. 

A.V. Ablov, G.A. Kiosse, G.1. Dimitrova, T.I. Malinovskii and G.A. Popovich, 
Sov. Phys. Crystallogr., 19 (1974) 168. 

The tetrahydrate of europium nitrato-bis-isonicotinate, [Eu(iso-Nicot)2- 
Wz0)41N03 

(C2/c) 2 = 4, R =I 11.9% for 1988 independent reflections. The structure 
contains infinite chains of { [ Eu( iso-Nicot)z(HzO)of 3. The biden tate-bridge 
carboxyl groups provide a bond between the neighbouring Eu atoms form- 
ing eight membered centrosymmetrical metal cycles. Eu-O,,, = 2.34-2.41 
A, Eu+$,o, = 2.51-2.54 A. 

L.A. Aslanov, I.D. Kiekbaev, 1-K. Abdul’minev and M.A. Porai-Koshits, Sov. 
Phys. Crystallogr., 19 (1974) 170. 

The double oxide, UM01~03~ 
(&cm) 2 = 8, R = ‘,3.6% for 448 independent reflections. lit is possible to 
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distinguish infinite layers of MozO, in the structure. The coordination poly- 
hedra of U and MO between the layers are (UOs)Os hexagonal bipyramids 
and MOO, octahedra_ 

V.N. Serezhkin, L.M. Kovba and V.K. Trunov, Sov. Phys. Crystallogr., 3.9 
(1974) 231. 

Lithium aluminoborate, Lis[A12(B03)4] 
(Pi) 2 = 1, R = 10.6% for 150 non-zero reflections. The structure contains 
infinite chains of the aluminoborate radical iAl,(BO&]~ and band of li- 
thium tetrahedra. 

G.K. Abdullaev and Kh_S_ Mamedov, Sov. Phys. Crystallogr., 19 (1974) 165. 

Dithiocyanato-bis(thiosemicarbazide)nickel(II), Ni(NCS)s(CHflsS)z 
(P2&) 2 = 2, R = 13.8% for 590 observed reflections. The nickel atom is 
coordinated octahedrally by four nitrogen and two sulphur atoms. The 
thiosemicarbazide molecule is bonded to the nickel atom as a chelate 
through the nitrogen atom of the hydrazine group (2.X3(2) A) and the sul- 
phur atom (2.45(l) a ). Ni-N(NCS) = 2.05(2) a _ 

M. Dunaj-Jurco, J. Garaj and A. Sirota, Collect. Czech. Chem. Commun., 39 
(1974) 236. 

Copper di~yanato-2,4-lutid~ne, [Cu(N~O)~(2,4-lutidine~] 
(Pi) 2 = 2, R = 16.5% for 1087 independent non-zero reflections. The struc- 
ture consists of polynuclear chains. The approximately square-planar coordi- 
nation around the Cu” formed by three nitrogen atoms from OCN groups, 
and one nitrogen from 2,4-lutidine, is completed by one nitrogen atom 
from an OCN group to form distorted tetragonal pyramidal coordination, 
(or a hybrid of a tetragonal pyramid with a trigonal bipyramid). Cyanate 
groups function as bridges between two copper atoms. Cu-Cu = 3.22- 
3.44 A, Cu-N, = 1.98-2.06, Cu-Nz = 2.46 A. 

F. Valach, M. Dunaj-JurEo, J. Garaj and M. Hvastijova, Collect. Czech. Chem. 
Commun., 39 (1974) 380. 

Te~~ethyloctasila-dodecascaph~, SisC&Iss 
(Fa 3c-!I’,) 2 = 4, R = 5.8% for 247 reflections. In the polycyclic skeleton 
Si-C = l-885(2), l-893(5) and 1.888(S), whereas Si-CH3 = 1.874(S) A. 

H.G.V. Schnering, G. Sawitski, K. Peters and K.F. Tebbe, Z. Anorg. Allg. 
Chem., 404 (1974) 38. 

On chalkogenolates. LXV, Studies on thioformic acids, structure of potassi- 
um dithioformate, K[HC&] 

(14/mcm) 2 = 8, R = 9.3% for 266 reflections. The structure contains sheets 
of thioformate ions at 2 = 0 and 0.5 with sheets of K ions half way between 
the parallel XY-plane. The coordination number of K is 8, that of S is 4. 

R. Angler, G. Kiel and G. Gattow, Z. Anorg. Allg. Chem., 404 (1974) 71. 



Bis(cis-l-mercapto-2-p-bromobenzoyl-e~ylene~n~ckel{Ii) 
(CZ/c) 2 = 8, R = 10.8% for 4600 reflections. The complex is square planar 
Ni[S202], Ni-S = 2.14, Ni-0 = 1.88 A. The sulphur atoms are arranged in 
c&positions. The quasiaromatic character of the chelate system is dis- 
cussed. 

L. Kutschabsky, 2. Anorg. Allg. Chem., 404 (1974) 239. 

Iodo-bis-[2-(diphenylphosphinomethyl)pyridine] nickel(H) iodide, 
CssHazIaNeNiI’~ 

(P21/n) 2 = 4, R = 6.1% for 4321 observed reflections. The coordination 
around Ni is approximately square pyramidal with two nitrogen and two 
phosphorus atoms in the basal plane and iodine at the apex, Ni-I = 
3.047(3) A. The N and P atoms have a cis configuration. Ni-N (mean) = 
1.963(13), Ni-P = 2.166(5) K. 

W. Haase, Z. Anorg. Allg. Chem., 404 (1974) 273. 

A new crystal structure of the general formula Me2MF0,; SrCr,O, 
(Pmmn-ilg). SrCrs04 shows a hitherto unknown crystal type. Cr3+ is octa- 
hedrally and Sr2+ trigonal prismatically surrounded by oxygen. 

H. Pausch and Hk. Miiller-Buschbaum, Z. Anorg. Allg. Chem., 405 (1974) 1. 

a-CaCr20, 
(Prnmn-DE). ar-CaCr,O, is isotypic with SrCrzOj. 

H. Pausch and Hk. Muller-Buschbaum, Z. Anorg. Allg. Chem., 405 (1974) 113. 

The tetrachloride azides of niobium and tantalum, structure of tantalum te- 
trachloride azide, TaC14Ns 

(P2&) 2 = 8, R = 8.2% for 1263 reflections. TaC14N3 is dimeric in solu- 
tion and in the solid state. The monomers are linked via the cuN atoms of 
the azide groups to form the centrosymmetric dimers. Two slightly differ- 
ent forms of the dimers are found in the crystal structure. They differ in 
the angle between the azide group and the (TaaN)s ring. Vibrational 
spectra are reported. 

J. Striihle, Z. Anorg. Allg. Chem., 405 (1974) 139. 

Cyclooctadecasulphur, Sis, A and cycloicosasulphur, Sze, B 
A. (P212121) R = 3.7% for 1872 abserved reflections; B. (PbCN)lc(CN) H = 
8.9% for 1135 observed reflections. In S,, S-S = 2.059(3) (avg.), in S20 
S-S = 2.047(5) (avg.) B1. _ Preparations and structures are discussed. 

H. Schmidt, E. Wilhelm, I. Debaerdemaeker, E. Hellner and A. Kutogiu, 2. 
Anorg. Allg. Chem., 405 (1974) 153. 

2-Chloro-1,3,6-trithia-2-stibaoctane, (C,HsClSaSb) 
(P222121) 2 = 8, R = 3.8% for 2231 observed reflections. The eight- 
membered ring has a deformed boat-conformation with 1,5Gntraannular 



Sb-S-interaction. The coordination around Sb is approximately trigonal 
bipyramidal with axiaI distances Sb-Cl = 2.51, Sb-S = 2.86 A, and equa- 
torial Sb-S = 2.44 and 2.45 a. 

M. Draer and R. Engler, 2. Anorg. AIlg. Chem., 405 (1974) 183. 

(Pcmn-D&:) R =: 8%. Ba2T1205 is isotypic with Ca2Fez05. 
R.V. Schenck and Wk. Miiller-Buschbaum, 2. Anorg. Allg. Chem., 405 (1974) 
197. 

The quaternary fluoride, BaLiCrFG 
(P2+) 2 = 4, R = 5.7% for 1561 observed reflections. The structure con- 
tains icosah&ra of BaF12 (Ba-F = 2.89 A) within a framework built up of 
isolated LiF* tetrahedra (Li-F = 1.86 A) and CrFs-octahedra (CrF = 
1.90 a) mutually linked by corners. Ail polyhedra are distorted. 

D. Babel, 2. Anorg. Allg. Chem., 406 (1974) 23. 

Compounds of the type C&M&Se d-x (M=Nb,Ta), structure of Cu3TaSSe3 
The preparation, X-ray data, vibrational and electronic spectra of 
C&NbS,Se, CusNb&Se,, Cu,NbtiSe,, CusTaS$e, Cu,TaS,Sez and 
Cu,TaSSea are reported. Th? powder patterns of alI compounds could be 
indexed on the basis of a simple cubic lattice. The compounds crystallize 
in pseudo-sulvanite type with the S and Se atoms in random distribution. 

A. Miiller and W. Sieve& 2. Anorg. Allg. Chem., 406 (1974) 80. 

Tricyclic transition metal complexes with ring systems containing silicon: 
structures of Ni(C6H17N5S4Si2), A, and Co(CqH32N4S40Si2), B 

A. (Pbcn) 2 = 4, R = 6.0% for 914 observed reflections; 13. (P2,lc) 2 = 4, 
R = 11.4% for 1164 observed reflections. The two almost planar MN2S2 
chelate rings per molecule intersect with an angle of 16.2” in A and 27.0” 
in B. The six-membered rings containing Si are puckered in such a way 
that both molecules exhibit (approximate) C, symmetry. 

U. Thewalt and M. Schlingmann, Z. Anorg. AIlg. Chem., 406 (1974) 319. 

S,W’F, 
(R3m-Cg,) 2 = 9, R = 4.3% for 499 independent reflections. The structure 
is built of discrete S,N&‘F, molecules which can be looked upon as &NJ 
derivatives: two opposite sulfur atoms are N-bridged and a third is substi- 
tuted for a PF2 group. The environment of phosphorus is tetrahedral, S-N 
= 1.69, S-*-N = 1.61, S= N = 1.55, P-N = 1.56, P-F = 1.51 A. 

J. Weiss, I. Ruppert and R. Appel, 2. Anorg. Allg. Chem., 406 (1974) 329. 

(PnZ,a-CL). A discussion is given concerning the correlation between 
Ba&rO, and the hitherto known crystal structures of Ba&oO, and Ba2Ti04. 
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Hj. Mattstusch and Hk. Mfiller-Buschbaum, 2. Anorg. Allg. Chem., 407 (1974) 
129. 

Thiotellurites, BaTeSa.2H20, A, and (NH4)TeSs, B 
A. (Pbcm-Dg) 2 = 4, R = 11.5% for 424 observed reflections; B. (Przma- 
DE) 2 = 4, R = 10% for 2251 observed reflections. The structures show 
that the anion of trithiotelluric acid TeS$- is a distorted trigonal pyramid. 
Te-S = 2.34-2.36 a. 

H. Gerl, B. Eisenmann, P. Roth and H. Schafer, 2. Anorg. Allg. Chem., 407 
(1974) 135. 

‘l%o modifications of dichloro-2-2’-bipyridylplatinum(II), green and yellow 
CPtCWpyl 

The difference between both forms consists only in the packing of the 
planar complex units within the crystal. The red coloured [PtC&dipy] 
contains a columnar structure in which the nearest distance between planar 
complex units stacked above each other is 3.40 a. The yellow modifica- 
tion does not form a columnar structure. It contains isolated molecules, 
(shortest Pt...Pt = 4.5 a)_ 

M. Textor arid H.R. Oswald, Z. Anorg. Allg. Chem., 407 (1974) 244. 

(C,H,)zSnSAT (SAT = tridentate dianion from 2-(o-hydroxyphenyl)benzo- 
thiazoline) 

(P2,/n-CL) 2 = 4, R = 3.9% for 3150 independent reflections. The coordi- 
nation polyhedron around Sn has essentially trigonal bipyramidal struc- 
ture, which is distorted, N and two Sn-phenyl groups occupy the equato- 
rial positions. Sn-S = 2.496(l), Sri--- = 2.093(2), Sn-N = 2.217(3), 
Sn-C(phenyl) = 2.120(3), 2.126(3) A. 

H. Preut, H.J. Haupt, F. Huber, R. Cefalu and R. Barbieri, Z. Anorg. Allg. 
Chem., 407 (1974) 257. 


