Coardination Chemisrry Reviews
Elsevier Publishing Company, Amsterdam — Printed in The Netherlands

X-RAY BIBLIOGRAPHY

M. KEETON
Department of Chemistry, McMaster Unpersity, Hanulton, Ontanio (Canada)

(Recewed May 11h, 1971)

Di-g-methylthio-{ bis-m-cyclopentadienyltitanium)tetracarbonyl-molybdenum
(Pheca) R = 5.2% for 1535 significant reflections, The complex contains a four-member-
ed ring sysiem —Ti—S—Mo—S. Ti-Mo is 3.32 A; T1—S ic 2.46 A, Mo—S is 2 56 A; and
Mo—S—Ti is 83°.

G.R. Davies and B.T. Kilboumn, J. Chem Soc, f4), (1971) 87

Trethylplatinum(¥V)chloride, tetra-u; -chloro tetrakis tnethylplatinum(IV), Et, PtCL;
(P2./n)Y R = 8.2% for 1300 reflections. In the tetramenic unit, the methyl groups are
rigidly held by stenc repulsions The molecule is found to have approximate 23(T)
symmetry compared with 43m(Td) for Me, PtCl,

R.N. Hargreaves and M.R. Truter,J. Chem. Soc, fA}, (1971) 90

u-formato-diethylene-triaminine copper(il) formate, Cu(dien)(HCQ. ),

(Prnam), R = 5.7% for 893 reflections. Discrete Cu(dien}(HCO, )" 10ns run parallel to

the a axis with copper linked through formate groups in an antr-syn bridge arrangement.
The coordination of each copper is essentially square pyramidal. The correct stereo
chenustry of the copper was previously predicted from an analysis of the electronic
spectrum,.

G. Davey and F.S. Stevens, J. Chem. Soc. (A4}, (1971) 103.

Di-isothiocyanato-¥, N-bis{2-diethylaminoethyl}-2-diphenylarsinoethyl-amine-N N, N-
nickel(1T)
(P2, /c), R = 7.3% for 2171 reflections. The mickel atom is surrounded by five nitrogen
atoms in approximate square-pyramudal geometry. The arsenic atom does not coordi-
nate. N"‘N(NCS) is 1.95 A. The central Ni—N is 2.08 and the other two N1—N, 2 20 A,
M. D1 Vaira, J. Chem. Soc. {4), (1971) 148. .

Draquobss{ethoxyacetato)coppen(i)
(®1), R = 11.0% for 999 reflections. The copper ions are in elongated tetragonally dis-

torted environments with the two aquo-ligands perpendicular to the coplanar frans

chelate rings.
C.K. Prout, J.R. Caruthers and F_J. Rossotts, J. Chent Soc. (4}, (1971) 554.

Coord. Chermt. Rev., 7{(1971} 123--127
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Diaquobis(methoxyacetato)nickel(II)
{P2,/n),R = 11 9% for 589 independent, visually estimated reflections. The complex
15 150structural with the copper analogue above Crystal data for the unidentate phen-
oxyacetato nickei(ll) complex are also given.

C K. Prout, Clare Walker and F J.C. Rossotti, J. Chem Soc (A}, (1971) 556.

NI, Cull and Zol diethyldiselenocarbamates
All compounds crystallised m the space group P2, /n, Ry = 7 6% for 928 reflections,
Rcyy = 11.5% for 2123 reflections; and R 7y = 7.5% for 1177 reflections Isomor-
phism with corresponding diethyldithiocarbamates enabled a comparison of M—Se and
M-8, and of C—8e and C—S bonds to be made. The mckel coordination 1s approxima-
tely square planar; the copper, tetragonal pyramidal, and the zinc intermediate between
tetragonal pyrarmdal and trigonal bipyrarmdal,

M. Bonamico and G Dessy,J. Chem. Soc {A), 2 (1971) 264.

Ammomum pentachloroanttmonate(IIl), (NH, ), ShCl,
(C2/m), R = 8 1% for 782 reflections The structure consists of ammonium 10ns and
almost square pyramudal SbCis2~ ions

M Webster and § Keats, S Chem Soc. {4), 2 (1971) 264.

Bis(triphenylphosphine)tetrakis(dimethylglyoximato)dirhodium, Rhs (C,H,N, 0, ),

(Cg Hs )3 P2 'Hg 0'C3 H‘} OH
(P2, /c), R = 8 5% for 3307 statistically significant reflections The dinuclear molecute
consists of two equivalent halves, (Cg Hg )3 PRh(C4H, N, O, ), linked by a Rh—Rh
bond of 2 936(2) A. The P-Rh—Rh—P cham 1s almost linear with the two
Rh(C4H;N; O, ), groups in an echipsed rotational relationship, and perpendicular to
the chain axs

K G. Caulton and F A_ Cotton,J Amer Chem. Soc, 93 (1971} 1914

Bis(mtrotnamminepalladium(Il)tetraammine palladrum{ID)ietramtrate, [PA(NQO,)YNH1)a] »
PA(NH;)s (NOj)4
(I42m), R = 3.7% for 786 unique reflections. Palladium 1s square-planar coordinated
in both ione and the packing of these precludes any metal-metal interactions Raman
and mfrared data are correlated with the structure.
F_P. Boer, V B. Carter and J.W. Turley, fnorg Chem, 10 (1970) 651

Drchlorobis(1-methyitetrzzole)zine(I), Zn(Ca Ny Hy ) Cl,
(P2, /), R=9.7% for 1278 independent reflections The zinc 1s 11 a distoried tetra-
hedral coordination sphere and is almost planar -vith the tetrazole rings. The rings are
coordinated from the 4 position

N C. Baenziger and R.J. Schultz, Inorg. Chem., 10,1971} 661
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(+)4-Methylpyridinetrimethylaminebromohydroboron hexafluorophosphate,

(CHg *Cs H4N}(CH3)3N' Br-H B“(PFG )_
{P2,), R =8.9% for 2481 independent, non-zero reflections. The boron atom 15 sur-
rounded by an almost regular tetrahedrat amray of hgands.

G. Allegra, E. Benedetti, C. Pedene and S.L. Holt, Inorg. Chem., 10 (1971) 667.

Tetramethyl-1,3-dissothiocyanatodistannoane, ((CH3z), SINCS), O,
(C2im), R = 8 0% for 546 visually estimated independent reflections The dumeric
molecule has 2/m symmetry with a central planar four-membered Snfl, 0, ring
Y.M. Chow, fnorg. Chem,, 10 (19713673,

Vanadmum(V) oxide tnnitrate—acetomtrile complex, VO(NO,); « CH3CN
(Pheca), R = 9.5% for 548 reflectiuns observed. An equatonal pentagon of five oxygen
atoms is formed by coordmation of two bidentaie nitrate groups and one unidentate
group. The vanadyl oxygen and mitrogen of the acetonutrile group form the apices
Infrared and Raman data are correlated with the structure

F W B. Emnstein, E. Enwall, D M. Moms and D. Sutton, Inorg Chem., 10 (1971) 678

A Nickel(11) iodide complex of a macrocyclic tetradentate imine ether, Ni(1,8-diaza-3 4,

10,11-dibenzo-5,12-dioxo-1,3,8,10cyvclotetra-decatetraene)l,
P2y /c) R = 4.7% for 943 statistically sigmificant reflections The two nifrogen and two
oxygen atoms of the macrocyclic ligand define a plane with respect to which the two
1odme atoms occupy the two apical octahedral positions at 2 880 (3) A from the Ni
Ni—N and Ni—~O are 1.92(1) and 2 07(1) &, respectively

D.L. Johnston and W. DeW. Horrocks, It., Inorg Chent., 10 (1971) 687.

Ba, MnSe; and Ba, MnS,
(Pnma) R = 5.8% for 992 reflections in the selemide and R = 5.9% for 233 reflections
in the sulphide The structures consist of Mn—X4 tetrahedra (X =S, Se) sharing cor-
ners to produce infimite chains parallel to the b axis The magnetism of both compounds

15 discussed.
I E. Grey and H. Steimnfink, Inorg Chem., 10 (1971) 691

Pyridininm tetracosabromoantimon¢IIDNtriantimon(V)ate (Cs Hs NH) Sb™SbY 4 Brag
(Cmecm) R = 7.4% for 3244 independent reflections. Three crystallographically indepen-
dent pyridinium cations, one SbI¥Brs?~ and two Sb¥ Brs~ amiens form an asyminetric
unit, All three anions are almost of octahedral symmetry.

S.L. Lawton, R A Jacobson and R § Frye, Inorg. Chemn, 10 (1971) 701.

Quinuchidinium dodecabromoantimen(HI}antimon(V)ate-2-dibromine,, (C-H, ; NH),SbIll

SbVYBr;, +2Br,
(Fm3mXOCh)®, R = 6.8% for 198 independent reflections No ordering of the Shill
and SbV oxidation states was found. The average antons and threfold disordered
bromune molecules form an NaCl-type arrangement.

S.L. Lawton and R A. Jacobson, Inorg Chenw, 10 (1971) 701.

Coord. Chem. Rev, 7T (1971)123-127
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Bis(dimethyl-O-thiolophenyl-arsine)platinum(il), PtAs,; S» Cy o Ha
(P2, fe) R =2.9% for 1555 reflections The molecule is a rrans isomer in which the
thiol functions as a bidentate ligand. The molecule is planar and the Pi—As bond dis-
tance 18 2.354(1) A indicative of da—dr bonding.

JP. Beale and N.C. Stephenson, Aete Crystallogr. Ser. B, 27 (1971} 73.

Dichlorod:aquobis(dicyandiamide}copper(Il), Cu(OH, )}, (Ca N4 Hi )L,y
(PI)R = 8.3%. The copper is surrounded by 2 planar arrangement of two water mole-
cules (Cu—O = 2,00 A) and two nitrile nitrogens (Cu—N = 1.92 A) with two chlorine
atoms n the rrans positions (Cu—Cl = 2.87 A).

A. Chiesi, L. Coghu, A. Manga, M. Nardelli and G, Pelizzi, Aeta Crystallogr. Ser. B, 27

(1971) 192.

C1-Mn(CO4 YP(Cs Hs)s
(PD) R = 8.3% for 1467 reflections. The manganese 1s in octahedral coordinasion,
Mn—C12.36 A, Mn—P 2.40 &. The cs ligand arrangement deduced from the 1R spec-
trum 1s confirmed,

H. Vahremkamp, Chem. Ber, 104 (1971} 449,

trans-Bis(diethylselenide)palladium(I)dichlonde, PdCi; (Et, Se),
(P1) R = 7.96% for 1046 reflections The configuration around the seleruum is pyraru-
dal. The palladium atom 1s in square-planar coordination

P.E. Shakke and S.E. Rasmussen, Acta Chem. Scand., 24 (1970) 2634.

Potassium pentacyanonitrosylvanadate(1), Kz V(CN)sNO 2H, O
(Pcen) R = 7 8% for 481 unique reflections. The structure contains distorted
V(CN)sNO® ~ octahedra, V—N (1.66 A), V—C (2.17 &).

S. Jugner and N. Vannerberg, deta Chem. Scand , 24 (1970) 1988.

Potassium oxodiperoxooxalatomolybdate(VI), Ko MoO(0; );(C304)
(P2y/n) R = 11.2% for 1173 reflections Molybdenum 1s surrounded by a pentagonal
bipyramidal hgand arrangement. Twao peroxo groups and one of the oxygens of the
oxalate groups are in the plane while one double-bonded oxygen and the other oxygen
of the oxalato group form the apices,

R. Stombesg, Acta Chem. Scand., 24 (1970) 2024. :

(Tn-ammonmm fluonnde oxoperoxotetrafluoromolybdate(V1), (NH, )a F[McO(02)F, ]
(Pbea} R = 12.9% faor 1079 observed reflections, Each molybdenum is surrounded by
three oxygen atoms and four fluorine atoms 1n a pentagonal hipyramidal =yrangement,
the equatornal plane contzining the two peroxidic oxygen atoms and three fluorines
A double-bonded oxygen and a fluorine occupy the apical positions.

1. Larking and R. Stomberg, 4cta Chem. Scand., 24 (1970) 2043.
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Bisethylene-1,2-bis(methylphenylphosphine)palladium(II)chlorde,

Pd{CsH; CH PCH; CH,PCH; CgHe ), C1, «Co H OH -
The space group is in square-planar coordination Pd—P s 2.33 & and P—C (mean) 1s
1.81. Tnie complex may be described in terms of a MESQ-anti-frans form.

P, Groth, Acta Chemn, Scand., 24 (1970) 2785,

Lithium hydrogen phosphite, LiH, PO,
(P21 0p) R = 6.3% for 285 independent reflections. One hydrogen is bonded to phos
phorus, the other is 1n a hydroxyl group. The lithium atom is tetrahedrally surrounded
by oxygen atoms at 1.91, 1.97 and 1.97,2.00 A,

E. Phalippot and Q. Lindgrist, Acta Chem Scand., 24 (1970) 2803.

Cis-o-nickel(IDtriethylenetetramine isothiocyanate, a-Ni(trien {INCS),
(C2{c) R = 4.3% for 1553 reflections. The complex 1s approximately octahedral and
has a 2-fold axis coincident with the crystallographic 2-fold axis. The (trien) is bonded
in an almost strain-free arrangement and the cis thiocyanates are bonded wia nitrogen.
A. Clausen and A C.Hazell, Acta Chem Scand., 24 (1970) 2811,

Coord. Chem. Rev., T (19713 123—-127



