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The structures of the following compounds appeared in:

Acta Crystallogr. Sect, B, Vol. 31, May 15, 1975
(i) The potassium salt of the binuclear Mo anion, di-u-hydroxo-u-acetato-
g-ethylenediaminetetraacetato-bis[molybdenum{II1}],
K[Mo2(OH}2(Cy2H15010N2}]
(ii} The rubidium salt of N-(purin-6-ylcarbamoy!)-L-threonine tetrahydrate,
a hypermodified base in the anticodon loop of some tRNA’s,
Cl 0H11 NEO4 Rb4H20
(iii} (+)5gq-cis-B-Carbonato-(3S,8S-dimethyltriethylenetetramine)cobalt(III)
perchlorate
(iv) Indium monoselenide, (InSe)
(v) Te,Os
{iv) The stereochemistry of some organic derivatives of group Vb elements,
IX. Three severely disordered molecules: structures of tne perchlorate,
chloride and azide derivatives, [(CHa3)3SbX] 20, derivatives of U-oxo0-
trimethylantimony{V}, [{CH;3).SbX1,0
(vii) Caesium pentamolybdate, Cs,Mo;0, ¢ and caesium heptamolybdate,
CsyMo; 040
{viii) Ybg sEug 5FezOq
{ix) An independent investigation of the crystal structure of Na,Cu(CO4)z-
{H,0), with diffractometer data
(x) Calcium cis(N)-trans(Qg )-bis-( L-aspartato)cobaltate(IIl}-water(2/15},
2{Ca-<cis{N}-trans(Og}-[Co(L-asp)s].}.15H,0
{xi) A five-coordinate copper{II} macrocyclic complex: chloro~(2,7,12-tri-
methyl-3,7,11,17-tetraazabicyclo[11,3,1] heptadeca-1{17),2,11,13,15-
pentaene)copper(Il} nitrate dihydrate, Cu(C, ¢Ha N CIHNO,).2H,0
(xii) The dimeric 6-mercaptopurine copper(1} chloride complex,
[CgH N, S.CuCl,.H, Ol
(xiii) U,Si
{xiv) Tetrapotassium tetraoxalatothorium(IV}) tetrahydrate, K, Th{C,0,),.
41H,O
(xv} Structure and absolute configuration of (+}5z3-tris-(1,4-diaminobutane)-
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cobalt(III) bromide, (+)5g9-[Co(tmd);]Brs, tmd = HaNCH,CH,CH,, -
CH,NH,
{xvi)} Protactinium oxytribromide, PaOBr;
{xvil) Y;0¢Fg
(xviii) Calcium orthoborate: a redetermination, Ca3(BO3)a
{xix) The complex of 1,4,7,10-tetraoxacyclododecane with copper{II)
chloride, CsH1 304 .CLlClz
{(xx) ¢is- and frans-Dichlorobis(ethyleneimine)platinum{II), PtCl;-
{CH,CH,NH),
(xxi} u-Oxo-bis{ tetraethylenepentaamineiron(Iii)} iodide
(xxii) Electron microscopy of the perovskite polytypes Ba,Ta;Li0,, and
B35W3m2015
{(xxiii) LioW,0,
{xxiv) Sodium sulfanlate dihydrate, (HoNCgH,80;Na.2H,0)
(xxv) Bis(2-pyridineacetato)copper{Il) dihydrate, [Cu(CzH N.CH,.COO},].
2H,0
(xxvi} o'-NaV,04
(xxvii) The 44 polytype of silver iodide
(xxviii} Hexaffuoroacetylacetonatothallium(I)
{(xxix) Fydrogen bond studies, XCIII. Oxonium ion in nitric acid monohydra-
te, HNMO 3. H,O
{(xxx)} Hydrcgen bond studies, XCIV. Diaquaoxonium ion in nitric acid tri-
hydrate
{xxxi) Platinum compound binding by purine and pyrimidine bases, I. The
structure of [cytosine.H* ] ,[PdCIZ—
{xxxii) Lithium hydrazinium fluoroberylilate, LiN,HgBeF,, a neutron dii-
fraction refinement
(rxxiii) Bis(hexamethylenetetramine)iodonium triiodide

Acta Crystallogr, Sect. B, Vol. 31, June 15, 1975
(i) Oxyfuorophosphates, III. NaK5(PO,F).
(ii} Two polymorphs of dichlorobis(pyridine}cobalt(11) .
(iii) Tetrapotassium uu’-dioxo-tetraoxalatodirhenium(IV) trihydrate,
K4[Re02(C204)41.3H0
(iv} Cavansite dehydrated at 220°C, Ca(VO}(8i40;0)-4H,0
(V) Mazzite dehydrated at 6000 C, Na~0_3 Kz‘ 5ca1.5h'1g2_1{Alg.BSi25.5O72].
28H,0
(viy New double oxides, M*VIn,05 (M =Ti, V)
(vii) Tris-(S-methyleiheze-1,2-dithiolato)rhodium, Rh8gCoH,; 5
(viii} Cog,25TiSy
{ix) Potassium N, N -ethvlenebis(acetylacetoniminato)-trans-diglycinato-
cobaltate(J11) hexahydrate, K[Co(C, H,¢0sN4).6H,0]
(x) Glycylglycinatocopper(Il} dihydrate, {(O3N,CyHg)Cuj.2H,O
{xi) Fe;BO,
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{xii) Mog0; 4-twinning structure determined from a partly tantalum-sub-
stituted crystal
(xiil} cis-Dichloroethylenediamineplatinum{Il} and palIadm.m(II), cis-M(en)-
Cl,, M=Pt, Pd
(xiv) TL.5;5
(xv) Tetraphenylhydrazine at —160°C
(xvi) Calcium pyrophosphate dihydrate, Cay,P207,.2H,0
(xvii) Lithium perchiorate frihydrate Li{H,0};C10,, an X-ray and neutron
diffraction study
(xviii) 2,4-Pentanediconatolithium, L10205HT
(xix) Kréhukite, NasCu(S04)s.2H O
(xx) PugRuj
(xxi) PusPt,
{xxii) PuPd
(xxiii) BizCuzSyBr
(xxiv) Potassium perrhenate, a reinvestigation, KReO,
{xxv) ZroO(FQO4})s, dizirxconium diorthophosphate
(xxvi) N,N'-Dimethyl-4,4 -bipyridylium(Paraquat)hexachlorod:cuprate(il},
C12H; 4N2Cu5Clg
(xxvii) A series of salts of phthalic acid, diammoniuin phthalate (NHy)-
{O0OC.C;H,.CO0).
(xxviit) Tris(pentafiluorophenyl)difluorophosphorane, (CgFg)3PFa
{(xxix) Pyridinium iodide, CsHgNi
{xxx) Potassium u-oxo-decachloroditungstate(IV), K4W,0Cly,
(xxx1) Diglycine selenate, (NH,CH,COOH),.H,S5e0,
(xxxii) p-Bis(trimethylsilyl)benzene, C; 38i3Hs 5
(xxxiii) cis-Tetracarbonyl-1,4-h-1,2-bis(dimethylphosphino-1,2-dimethyl)-
diarsinemolybdenum(0). {CO),;Mo(Me,P—AsMe—AsMe—PMe,)
{xxxiv) LiAl
(xxxv) Ka(VO)[V207:
(xxxvi) Zn{NO;};.2H,0

Acta Crystallogr. SBect. B, Vol. 21, July 15, 1975
(i) Boron-rich boron carbide, B4C
(ii) Intermediate scapolite, wernerite
(iii) Oxobis{ethane-1,2-diolatojosmium(VI): a five-coordinate diester
complex
{(iv) Pentachloroformonitrileniobium(V}, NbCl5(NCH)
(v) Diacetonitriletrichloromonooxconiebium, NbOCl; .2HC3CN
(vi}) Moncacetonitriletrichioromoncoxovanadium(V}, VOCI;(NCCH,)
(vii) Hexadeuteriumeyanideiron{II)ditetrachloroferrate(III), (FeCl,), -
[Fe{NCD)g], a neutron diffraction study
(viii) Hydrogen bond studies, CIL. Sodium perchlorate monchydrate,
NaClO4.H20
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{ix) Chloro- and -y-bromo-{2-dibutylaminoethanolato)copper(ll},
[(ClonzNOCux)‘:] , X = Cl™ and Br—

{x) Hydrothermally grown manganese chlorapatite, Mng(PO4}3Cly 9~
(OH})o 1

(xi} Bis-[{3,6-diethyl-4-octyne-3,6-diol}} platinum(0), Pt[{C.Hs),C(OH})-
C=CC(OH)(C2Hs):1-

(xii) Structure block stacking in intermetallic compounds, I. The rhombo-
hedral-hexagonal M,,,; Xs,—; and the monoclinic-hexagonal-trigonal-
orthorhombic M, ;1 X5 .+ struciure series, eg. ZraNiy and PulNi,

{xiii) Y,HfS; with ordered UU,Ses type structure and related compounds

{xiv) Co{NH,)>(BeF,),.6H,O by neutron diffraction

{xv) Dithiobiurea, N,N -bis(thiocarbamoyl}hydrazine, (NH,.CS.NH),

(xvi} SrsNbyO+, a compound with perovskite-type slabs

(xvil) PDimethylthallium eyanide, azide, cyanate and thiocyanate
(xviii} Dimethylthallium acetate, tropolonate, acetylacetonate and dibenzoy!-
methide
(xix)} Dimethylthallium tricyanomethide and dimethylthallium dicyanamide

(xx)} Hydrogen bond studies, XCVI. Lithium formate menohydrate,
LiHCOG.H,0

ixi} Potassium lead hexanitronickelate(II), K,PhNi(NOs}g

xii} Potassium barium hexanitronickelate{II}, K,BaNi{NO,);

tiii} Hydrated cobalt(il}-4-methyltropolonate

viv) Electron-density distribution in rutile crystals

xv) The location of the hydrogen in YOOH

" Chem. Soc. Chem. Commun., No. 6, 1975
(i) Dichlorohexakis(dimethyl sulphoxide)uranium hexachlorouranate,
fUC,{Mea50)6 ] [UC]

(it} trans-Dichlorotetramethanolchromium(iII) chioride, [ Cr(MeOH},CI,]Cl

(i) Kz(PdCl3),.4(1-propylthymine)

(iv} Diearbonyln3-cyclopentadienyl-(n?-tetramethylallenyl}iron tetra-
fluoroborate, [{(n°-CsH)}(n2-CqH, 5}Fe(CO)2 1 BE,, a sterically crowded
allene complex

(v} Iodo-[2,2,2” -tri(dimethylamine Mriethylamine] nickel iodide,
[Ni(NCH,CH,NMes 3511

{vi} Organorhodium complexes of ¢is- and trans-divinylcyclopropane: the
erystal structure of {*)-Z%Z-1,2,3-n-5,6,7-5-heptadienediylrhodium(I}
hexafluoroacetyiacetonate

. Chem. Soc. Chem. Commun., No. 10, 1975
{1) Ring-opening and insertion reactions of ende-alkoxy-tetraphenyleyelo-
butenvipalladium(1I} derivatives, structure of [ {{EtO}C,Ph, }Pd{(acac)-
PMe, Ph)
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(ii) Photochemical reaction of a conjvgated diacetylene with iron penta-
carbonyl; preparation and structuze of tetracarbonyl{ 2-methyl-3-prop-
1-ynylmaleoyl}iron{Q)

{iii} An unusual sulphur incorporation: formation and crystal structure of
[Mn{CO),{p-SC{SMe }NMe}l 5

J. Chem. Soc. Chem. Commun., No_11, 1975
(i) Unusual bonding patterns in halogen-substituted nn°-cyclopentadienyl
metal derivatives; structure of 3-pentachlorocyclopentadienylcyclo-
octadienerhodium
{ii) A novel five-coordinate pentagonal-planar complex: structure of the
tris-(O-ethy! xanthato)tellurate ion
(iit) Platinum cluster compounds: structures of phosphido-bridged bi- and
{ri-nuclear complexes with strong metal—metal bonds derived from
EPEIPPhahI , [Pta(PPhs)(PPha),1 CeHe and {Pta(PPha)o(PPhy)sPh].
Y
(iv) [PEH{C,F ) (CaHy),] and tris{bicyclo[2.2.1] heptene)platinum
(v) Reactions of hexafluoacetone, hexafluoropropene and tetrafluoro-
ethylene with bis{cycloocta-1,5-diene)platinum; structure of
[Pty {{CF3)2COX1,5-CgHy3}s1]

Cesium azidotrimethyl aluminate, Cs[ AI{(CHz}aNz]
(Pbem) Z = 4, R = 4,6% from 556 independent reflections. The anion lies
on a crystallographic mirror plane; AI—N = 1.97(1) A. Within the azide
ion the two nitrogen—nitrogen lengths differ: 1.13(2) and 1.21(2}) A.
J.L. Atwood and W.R. Newberry, 111, J. Organometal. Chem., 87 (1975} 1.

The Chemistry and the stereochemistry of poly(N-alkyliminoalkanes), III.

Structure of the adduct (HAIN—i-Prjg AlH,
(P11} Z =2, R = 4.9% from 4358 reflections. The cage-type molecular
structure consists of two six-membered rings, {AIN}; joined together by
four adjacent transverse Al—N bands; the loss of two of these bonds
allows the complexation of one alane molecule, thus Al is five-coordinate
{trigonal bipyramidal geometry), with two Al—N and two Al—H—Al
bridge bonds. Al—N = 1.873—1.959 A. Al—H(avg) = 1.50(1) A for the
four coordinate Al

G. Perego, M. Cesari, G. Del Piero, A. Baldueci and E. Cemia, J. Organometuai.

Chem., 87 (1975} 33.

The chemistry and the stereochemistry of poly{N-alkyliminoalkanes}, I'V.
Structure of [H(HAIN—i-Pr)sAlH; ] .LiH/Et,O
(Pna2;)} Z = 4, R = 5,9% from 2487 independent reflections. The siructure
is a pseudo-hexameric cage consisiing of a five-membered fragment,
Al—N—Al—N—AIl, crosslinked to a six-memberad cyclohexane type ring,
{AIN);. Al—N(avg) = 1.919(4) A.
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M. Cesari, G. Parego, G. Del Piero, M. Corbellini and I, Immirzi, J. Organo-
metal, Chem., 87 (1975) 43.

The chemistry and the stereochemisiry of poly(N-alkyliminoalkanes), V.
Structure of the pentamer[ {(HAIN~—{-Pr),(H; AINH—#-Pr);]
(C2/c) Z = 4, R = 5.6% from 1826 reflections. The molecule is made up of
a cyclohexane-type ring, [(HAIN—-Pr),(H,; AINH—i-Pr}], in skew boat
conformation, on each side of which is bonded an —H, AINH—{-Pr—
bridging unit between a nitrogen atom and an aluminum atom of the ring.
Al—N=1.901—1.985A.
G. Perego, G. Del Piero, M. Cesari, A. Zazzetta and G. Dozzi, J. Organometal.
Chem., 87 (1975) 53.

Nitratotris{triphenylstannyl}tin{IV})
{P2;/nY Z =4, R = 9.8% from 8404 independent refiections. The struc-
ture of the new organotin nitratc compound of formula {Sn*V{NO,)-
{{CsHg)3Sn'Y }3] is reported. It contains a tetranuclear system of tin
atoms.

G. Pelizzi, J. Organometal. Chem., £7 (1975) C1.

Triphenylsilicon isothiocyanate, Ph SiNCS
(P2;/c) Z2 =4, R = 5.5% from 2841 reflections. The structure consists of
isolated molecules. Some mean lengths and angles are: Si—N = 1.735(5),
8i—C = 1.851(4), N—C = 1.156(4) A, C—Si—N = 106.3(8)°.

G.M. Sheldrick and R. Taylor, J Organometal. Chem., 87 (1975} 145.

Fe,{CO)[P{C:F5)2} [(CF5 )2 PC{CcHg)z1: A new type of organoiron com-

plex containing a 3-electron donor phosphorus heterccycle
P2,/eY Z=4, R = 8.1% from 4296 reflections. A new five-membered phos-
phorus heterocycle coordinated to two iron atoms in the binuclear complex
Fe,(CO)g[(CgHg)oPCL(Ph) ] P(CgFj), is formed in the reaction of
Feo{CO)o with (C¢Fs),PC=CPh. The heterocycle, & derivative of 1-bis-
{pentafluorophenvi)phosphonia-2,5-diphenyl-2,4-cyclopentadiene, func-
tions as a symmetrical dikapto bridging 8e ligand.

N.J. Taylor, H.N. Paik, P.C. Chieh and A.J. Carty, J. Organometal. Chem.,

87 (1975) C31.

fee, A, and mer, B, -trans-Bromotricarbonylbis{(dimetnoxyphenylphosphine}

manganess(1}
A.(P2%2,2,)Z=4, R =4.1% from 1498 observed reflections. B. (F2, /n)
Z=8,R=11.6% from 3191 observed reflecticns. Both structures exhibit
slightly distorted octahedral geometry 2bout the manganese with one
bromine, bwo phosphorus and three carbon atoms occupying the coordi-
nate positions. A significant structural trans-effect of the carbonyl groups
paralieling the known strong carbonyl kinetic trans-effect was not ob-
served,
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G.J. Kruger, R.O. Heckroodt, R.H. Reimann and E. Singleton, J. Organo-
metal. Chem., 87 (1975) 323.

Dicyclopentadienylvanadium, (CsHg ) V and dicyclopentadienylchromium,

(CsHg)oCr, determined by gas phase electron diffraction
The best agreement between calculated and experimental curves is ob-
tained for models with eclipsed C5H; rings, D5, symmetry, but models
with stageered rings (D54 symmetry) cannot be definitely ruled out.
Cr—C = 2.169{4), C—C =1.431(2} in (CsH;),Cr, V—C = 2.280(5), C—C =
1.434(3) A in (CsHg)2 V. The G—H bonds in (CsHs),Cr are bent 2.9(1.1)°
out of the plane of the carbon atoms towards the metal atom.

E. Gard, A. Haarland, D.P. Novak and R. Seip, J. Organometal. Chein., 88

(1975) 181.

Trifluorosilylmanganese pentacarbonyl, an electron diffraction determination

in the gas phase
The principle parameters in SiFMn{CO)g are: r(C—0) = 113.1(3),
r(Mn—C),, = 186.0(6), r(Mn—Si) = 236.0(7), r(Si—F) = 158.3(4) pm.
<(F—S8i~—F) = 112.5(4).

D.W.H. Rankin and A. Robertson, J. Organometal. Chem:., 88 (1975) 191.

Bis(1,3-dimethylindeny! }Jiron(IIT} hexafluorophosphate
(P1) Z = 2, R = 4.38% from 2136 independent reflections. The structure
consists of discrete cationic and anionic unite. The metal is coordinated
to the fivemembered rings of each indenyl ligand. It has roughly a staggered
configuration with six-membered rings assuming positions differing by
93.5° rotation of one ring. Fe—centroid = 1.716 A,

P.M. Treichel, J.W. Johnson and J.C. Calabrese, J. Organometal. Chem., 88

(1975) 215.

Acetylcyclopentadienyl-manganese and -rhenium tricarbonyls, CH; COCsH, -

Re(CO}j, A, CH;COC,H,Mn{CO}3z, B.
A. (P2,/a) Z =4, R = 8.9% from 1480 non-zero independent reflections.
B. (P2,/e) Z =4, R = 12.0% from 627 non-zero independent reflections.
The orientation of the CO groups with respect to the cyclopentadienyl
ring differs in A and B. A is less symmetrical.

T.L. Khotsyanova, 5.1. Kuznetsov, E.V. Bryukhova and Yu.V. Makarov,

J Organometal. Chem., 88 (1975) 351.

The new cluster dianion u-iodotetra-u;-carbonyldi-u-carbonyldecacarbonyl-
polyhedro-heptarhodate(2—) in its tetraethylammonium salt, [ Rh;{(CO)46i] 2-
(P1) Z= 2, R = 5.6% from 2532 reflections. The metal atom cluster con-
sists of a monocapped octahedron. Ten of the CO liganas are coordinated
terminally, two edge-bridging and four face-bridging; the iodine atom is in

an edge-bridging position.
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V.G. Albano, G. Ciani, §. Martinengo, P. Chini and G. Giordano, J. Organo-
metal. Chem., 88 (1975) 381. '

Tetrakis{dimethylphenyiphosphinejmolybdenum{0}: Mo{PMe,Ph);-
{11-PhMe,)
(P1) Z= 2, R = 6.8% from 1203 independent reflections. The complex is
showr: to be an eighteen electron complex, mean Mo—P and Mo—C =
2.44 and 2.88 A respectively.
R. Mason, K.M. Thomas and G.A. Heath, J. Organometal. Chem., 90 (1975)
195.

u-(1,2,6-1:3-51-Bicyclo[6.10] nona-1,3,5-trieneYhexacarbonyldiiron (Fe—Fe},

(CgH; ¢)Fez(CO)s
(P1) Z2 =2, R = 3.4% from 2651 reflections. Contrary to previous ciaims,
the structure of the molecule is of the asymmetric type already established
for (CgH, o}Fe,/CO)g and (C, ,H; 2 )}Fe,{CO)s. The most identical bond
parameters amongst the three structures are noted. 'H NMR down to —127°
is also discussed.

J. Takats, 7. Organametal. Chem., 90 {1975) 211.

Dichlorodimethyltin{IV}1/1 salicylaldehyde adduct; siructure and Mbssbauer
parameters, Sn'Y Cl,{CH,),.s2lH
(P2,2,2,}yZ =4, R = 4.7% from 981 independent reflecticns. The tin atom
is five-coordinate with a very distorted irigonal bipyramidal geometry. C1—
is axial, Sn—Cl{axial) = 2.403(6), and the oxygen of the monodentate, salH,
forms the second axial bond, Sn—0 = 2,680(13), Sn—C = 2.098, 2.107 A.
D. Cunningham, 1. Douek, M.J. Fraser, M. McPartlin and J.D. Matthews,
J. Organometal. Chem., 90 (1975) C23.

up-Diiminobis(pentacarbonylchromium}, NoH, {Cr{CO);]» .2THF at —40°C
(P1) Z = 2, R = 6.8% from 1310 reflections. Two pentacarbonylchromium
moieties are bridged by a diimineo ligand, and each proton of the diimino
ligand forms a hydrogen bridge with a THF oxygen atom. The diimino
ligand has frans configuration because of crystallographic symmetry,
N_N(mean) = 125 pm, Cr—N(mmn} = 208 pPm.

G. Huttner, W. Gartzke and K. Allinger, J. Organometal. Chem., 91 {19735} 47.

Cyclic polysilanes, VIIL. Structure of 1,2,3,4-tetra-tert-butyltetramethyleyclo-
tetrasilane, [Si{CHa)(f'C4Hg 3] 4
(Pd,jn)} Z = 2, R = 3.5% from 745 independent reflections. Each tetrameric
molecule was found to be arranged about a 4 axis. The four membered
ring of silicon atoms is non-planar with 2n unusually large dihedral angle
of 36.8°. Mean bond lengths are Si—Si = 2.377(1), Si-—C(CH,) = 1.893(4),
Si—C(r-C4Hg) = 1.918(3} A. :
C.J. Hurt, J.C. Calabrese and R. West, . Organometal. Chem., 91 {1975) 273.
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Hexamethylcyclotristannathiane, [(CH;3),8nS] 5
(P4;)YZ = 4, R = 5.1% from 1660 reflections. The six-membered ring
{Sn8); has a twisted boat-conformation. The tin atoms are tetrahedrally
surrcunded by two carhon atoms (Sn—C = 2.16 &) and two sulfur atoms
{(Sn—S = 2.41 A). The existence of a second, unstable modification of
[{CH4}25nS] 53 was established,

B. Menzebach and P. Bleckmann, J. Organometal, Chem., 91 (1975} 291.

The flexible geometry of the [HW,{CO)1o1™ anion, [{PhzP},N]*[HW,-

(CO)y0]™
(P1) Z =2, R = 5.0% from 3282 non-zero reflections. The [HW2(CO}; 0]~
anion can exist in both linear and bent forms: in [Et,N]*[HW2(CO),0]1™
the anion adopts a linear D, structure with eclipsed equatorial carbonyl
groups, but in [(Ph3P)}aN]* [HWL(CO);0] 7, the anion has a bent backbone
and staggered equatorial carbony] groups.

R.D. Wileon, S.A. Graham and R. Bau, J Organometal. Chem., 91 {(1975) C49.

The novel transition-metal substituted tin hydride HaSna[Mn{CO}s] 4
(C2/c) Z = 4, R = 20% from 29638 independent reflections. (No absorption
correction was applied.} The crystals contain discrete HfMn(CO)}gz] ;Sn—
Sn{Mn(CO);1,H molecules. The tin atoms are in a strongly distorted
tetrahedral envitonment, <Mn—Sn—Mn = 119.8°, <Mn—S8n—S8n = 197.7,
121.9°.

K.D. Bos, E.J. Bulten, J.G. Noltes and A.L. Spek, J. Grganometal. Chem., 92

{1975) 33.

(735'C5H5)2CO
(P2,/c}Z =2, R = 7.6% from T65 independent reflections. Both ¢p rings
are parailel to each other and in a staggered conformaticon. C—C{avg) =
1.41(1), Co—C = 2.096(8) A.

W. Blinder, and E. Weiss, J. Organcmetal. Chem., 92 (1975) 65.

GConformations of fused cycloaikanes in organometallic complexes, IV. Struc-
ture of tricyclo{6.4.0.02-7}dodeca-3,5-dienetricarbonyliron
{(P2;} Z =2, R =5.5% from 1733 reflections. The Fe(CO); moiety is bound
to the conjugated diene portion of the cyclohexadiene ring, The feature
of greatest interest is the mutual influence of the conformations of the twe
fused cycloalkane rings, whose intrinsically preferred conformations are
mutually incompatible.
F.A. Cotton, V.W. Day and K.I. Hardcastle, J. Organomertal. Chem., 92 (1978)
369.

Structural studies on iron carbonyl derivatives, 11. Structure of a complex pre-
pared by the reaction of Fe3(CO);, and 2-mercaptopyridine, CsH,N(CO)¢-
F32—H4‘S_FEZ(CO )5805H4N
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(P2:/n) Z =4, R = 4.1% from 2089 independent reflections. The molecule
contains four Fe(CO); groups with two iron—iron bonds bridged in a
different way, and a sulphur atom tetrahedrally coordinated to the four
iron atoms.

G. LeBorgne and D. Grandjean, J. Organometal. Chem., 32 (1975) 381.

Otgano—metal complexes, XI. Structure of bis(dipivaloylmethyl)mercury,
[Heg(DPM). ],
{(PI}Z = 2, R = 6.0% from 2581 reflections. In the dimer, his{dipivaloyl-
methyl}mercury, there are strong Hg—C (2.13 &) and weak Hg—O
(2.70 A) honds,
K. Dietrich, H. Masso and R. Alimann, J. Organometal. Chem., 93 (1975) 15.

Possible made of action of anti-tumour platinum drugs: X-ray evidence for
cis binding by platinurmn of two inosine 5 -monophosphate molecules via the
N(7) positions, Na,[Pt{NH3)(5-IMP).].nH, 0, n = 16
(C222,) Z = 4, R = 7.8% from 2404 independent reflections. Structural
evidence shows that platinum binds to the two nucleotide moieties via the
N(7) positions on the bases. The implications of this finding are discussed
in terms of possible modes of anti-tumour action of Pt compounds.
D.M.L. Goodgame, 1. Jeeves, F.L. Phillips and A.C. Skapski, Biochim. Bio-
phys. Actan, 378 (1975) 153.

Refinement of the structure of carp muscle calcium-binding parvalbumin
P.C. Moews and R.H. Kretsinger, J. Mol. Biol, 31 (1975} 201.

Hemerythrin, [HrFe}'(H,0)5]

(P4). Two molecules of the octamer per unit cell. Further work in progress.
J.S. Loehr, X.N. Meyerhoff, L.C. Sieker and L.H. Jensen, J. Mol. Biol., 91
(1975) 521.

Pyroelectric a-Cu{103), . Crystal structure of the transition metal iodates, III.
{P2y) Z= 2, R = 3.5% from 4272 reflections. The iodate jons form a nearly-
regular hexagonal closest-packed array, with Cu®* in the resulting octa-
hedral interstices. I—O varies from 1.82 A to 2.95 A. The CuQ; octahedron
is tetragonally distorted. Cu—O{eq) = 1.97, Cu—O(ax} = 2.39 A.

R. Liminga, S.C. Abrahams and J.L. Bernstein, J. Chem. Phys., 62 {1975) 4388.

Potassium dithiocoxalate, K,8,C:0.
(P2,2,2,) Z = &, R = 2.2% from 941 reflections. The £,C,03~ ion has
C,-symmetry. The torsional angle is 75.5°, starting from the trans rotamer.
C—C=1.516(4; C—O = 1.227(4), 1.239(4), C—S = 1.712(3), 1.697(3) A.
R. Mattes, W. Meschede and W. Stork, Chem. Ber., 108 (1975} 1.
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2,2-Dichloro-1,3,6,2-trithiastannaocane, C,HzC1,5;5n
(Pbea)y Z = 8, R = 2.4%. The eight-mémbered ring has the boat-—chair con-
formation with 1,5-transannular Sn-:-S-interaction. The coordination of Sn
iz trigonal-bipyramidal; equatorial distances: Sn—S = 2.3886, 2.388, Sn—_l
= 2.348, Axial, Sn—5 = 2.760,8n—Cl = 2.392 A.

M. Dridger and R. Engler, Chem. Ber., 108 (1975) 17.

The Cobalt-cluster H,(CcH, ) Co,
(C2/c)} Z = 8, R = 5.9%. The compound contains a slightly distorted tetra-
hedron of cobalt atoms, each one coordinated to a planar m-bonded cyclo-
pentadienyl ring. All four faces of the Co, cluster are bridged by H atoms.
Co—Co{mean) = 246.7 pm.

G. Hutiner and H. Lorenz, Chem. Ber., 108 (1975} 983.

N-Nitrosodimethylamine, (CHj;)aNNO at —130°C
(Pnmea) Z = 4, R = 8.8% from 370 reflections. Bond lengths in the exactly
planar molecule are: N—N = 1_320(6), N—O = 1.260{6), C—N = 1.461.(7),
1.465(7) A. The bonding it significantly closer to the polar structure
(CH»)oN*=N—0" compared to the free molezule in the gas phase, this
being stabilized by intermolecular r-interactions perpzndicular to the
planes of the molecules.

B. Krebs and J. Mandt, Chem. Ber., 108 {197%) 1130.

Compounds with a covalent metal—metal bond, III. Structure of octacarbonyl-

bis] p-(pentacarbonylrhenium)indium{1II)] dirhenium, Re;{CO)g {uz-InRe(CO)g 1
(P2{/n)} Z = 2, R = 4.8% from 3301 reflections. The molecule contains a
planar Re,In, ring, Re—Re = 3.232(1) A, <Re—In—Re = 71.07(3)°, con-
sistent with the existence of a Re—Re bond. The Re atoms of Re(CQ);
have a trans-configuration with respect to RezIn, ring. Mean distances:
In—Re=2.766(1}), Re—C=1.98(2) A.

H. Preut and H.-J. Haupt, Chem. Ber., 108 (1975) 1447.

2,2-Dichloro-1,3,8,2-trithiagermocane, C.HzCl,GeS,
(Pbca) Z = 8, R = 5.2% from 1771 reflections. The eight-membered ring
has the boat-chair conformation with 1,5-transannuiar Ge----S interaction.
Ge coordination is frigonal-bipyramidal, Ge—S8 = 2.191(3), Ge—Cl1 =
2.149(3), Ge—S(ax) = 3.005(3), Ge—Cl(ax) = 2.208(3) A.

M. Driger, Chem. Ber., 108 (1975) 1723.

Bis(triphenylphosphin)iminium-y-tetracarbonylipropyl iron, [ {{CsgHsg)aP}aN}1-

{Fe(CO)4C3Hq]
(C2/c) Z = 8, R = T%. Within the trigonal bipyramidal coordination poly-
hedron of the { Fe{CO),Cs:H,] anion, the propyl group occupies an axial
position. Fe—Cpiopy1 = 220(2) prn, meanFe—Cco = 175(2) pm.

G. Huttner and W. Gartzke, Chem. Ber., 108 (1975) 1373.
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Pentacarbonyl[ethoxy{phenylethinyl}carbene] chromium(9}, (CO);-

{CH;O(CzH;C=C)C}Cr
(P2,/c) Z = 4, R = 8.8% from 795 non-zero reflections. Cr—C.upene =
200(2) pm. All atoms of the carbene ligend including those of the phenyl
ring are coplanar within the limits of error.

G. Huttney and H. Lorenz, Chem. Ber., 108 {1975) 1864.

Structure and absolute configuration of an optically active square pyramidal
molybdenum complex, {+)519-] CsHsMo—(CO), NN} "PFgz where NN’ =
Schiff base derived from 2-pyridine carbaldehyde and S-(—)--phenylethyl-
amine
(P2,;2,2,) Z =4, R =7.3% from 2359 reflections. In the approximately
square pyramidal cation, the center of the w-bonded cp ring occupies the
apex of the pyramid. The Mo atom is about 0.5 A above the nearly coplanar
C1, C2, N1, N2 atoms. Mo—cp = 2.265—2.36% A .
S.J. LaPlaca, I. Bernal, H. Brunner and W.A. Herrmann, Angew. Chem. Int.
Ed. Engl., 87 {1975) 379.

Bis(1,3-butadiene)monocarbonylmanganese, (C,Hg);MnCO
(P42,m} Z = 2, R = 7.7%. The butadiene ligands are strictly planar (cryst-
allogtaphic C,, symmetry imposed). Their “opening’ points in the direc-
tion of the terminal CO group, their terminal carbon atoms form the base
of an almost square pyramid whose apex is occupied by the carbonyl
group. Mn—Crerminap = 215(1) pm, Mn—CO = 184{1} pm, Mn—Ccentrany =
206{1) pm.

G. Huttner, D. Neugebauer and A. Razavi, Angew. Chem. Int. Ed. Engl., 87

({1975} 353.

Thallium germanium sulphide, Tl,GeS;
(P1) Z = 4, Powder data are given.
T.J. Isaacs, J. Appl. Crystatlogr., 8 (1975) 391.

a-Barium 12-tungstosilicate, a-Ba;SiW;5,040.16H,0
{C2/c)Z =4, R = 13% from 2952 relfections. The crystal consists of the
Keggin ion, SiW, 035 , having a Si0, tetrahedron in the center, bound by
Ba?* and water molecules to form a three dimensional framework.

A. Kobayashi and Y. Sasaki, Bull, Chkem. Soc. Jap., 48 (1975) 885.

Poivvanadotungstates, 1. a-{CN3Hg)}s VoW, 0;19
{P2;) Z = 2, R = 8.6% from 2362 reflections. The V,W,0{3 anion has
the hexaniobate-type structure consisting of 6-edge-shared MOy octahedra.
Each M position is randomly occupied by V and W atoms with a 2:4
probability.
K. Nishikawa, A. Kobayashi and Y. Sasaki, Buil. Chem. Soc. Jap., 48 {1970)
889,
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Sodium molybdatie dihydrate, Na,MoO,.2H,0O
{(Pbca) Z = 8, R = 3.7% from 1497 reflections. The crystals are composed of
zlternate layers of MoQ3™ tetrahedra and water malecules, interlinked by
sodium cations and hydrogen bonds.

K. Matsumoto, A. Kobayashi and Y. Sasaki, Bull. Chem. Soc. Jap., 48 {1975)

1009,

(T-C5Hs)Fez(CO,;)C,CgHy obtained from {w-CsHj; }Fe(CO}, C=CCgHg with

Fey(CO}g
{(P1}y Z =92, R = 3.5% from 2488 reflections. The structure consists of an
isosceles triangle of the three iron atoms, each two of which bonds to three
terminal carbonyl groups and one bonds to the cp ring. The phenethynyl
group is above the jron plane and is ¢-bonded to one iron atom with three
carbonyls and 7-bonded symmetrically to the other two iron atoms. The
characteristic shortening in the Fe—C og-bond and in the C=C bond was
observed, Fe—C, = 1.829{(6), C—C = 1.299¢(9) A.

K. Yasufuku, K. Acki and H, Yamazaki, Butl. Chem. Soc. Jap., 48 (1975}

1616,



