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A rhodium acetyl complex [Me3PhN+]2 [Rh216(McC0)2 (CO), ]2- has been 
prepared and structure determined by X-ray diffraction: the Rh-C (acetyl) bond 
length is 2.062(23) A and the dimeric anion is held together by Rh-I-Rh bridges 
with unequal Rh-I bond lengths. 

The addition of methyl iodide to iRh(CO), Iz ]- ions yields an acetyl 
complex of rhodium. An X-ray examination of the trimethylphenylammonium 
salt of this complex has been undertaken to determine its structural and geo- 
metrical features. The complex &the di-cr-iodotetraiododacetyldicarbonyldi- 
rhodium(II1) ion; [Rh21s(MeC0)2(C0)2]2- (I). 
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Deep red crystals of :the trimethylphenylammonium salt of (I), (C,H,4&,- 
(‘&H&C4Rh2)*-, are monoclinic, space group P 2i /c with a g-663(8),‘- ..: 
b 15.050(12), c 12.399 A (lo), and p 92.42(10)“, 2 = 2. The intensities-were 
measured on a linear dlfEactometer with MO-& racliation: a Busing and.Levy ::. : 
cl; 21: type absorption was applied @ 6123 m- ’ ),. The structure was determined 
by a combination of direct methods and. Fourier syntheses;:.it wasrefmed by .; 
l&t squares with individual ani+%@ temperattie f+etors]l$l~~ for2867.. -, 
planes was 0.100. 
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‘proj&ti, oiitoit~~.I(l)i(2)I(3).-plane~:The coordin&ion:round the rhodium...:. ‘T- 
+l+$; ap&oGma ~~‘tely_‘octah&lral&d~ the two:o+ahed~$&.&. jo&clby.a double 

. . halogen-bridge: agoss the- tiymmetry centrei The independent R&I (bridge) 
:.&ancti$re-2,679(Z) and 3.601(Z) &so that the octahedra are-ogly:iosiely: . 

1 I’ held~to&ther~~The &vo .RhGI--terminal bonds may be. compared tith the Rh-_I 
::‘tjo;li~~iri:RhI~MeiPPh,),, 2;643 A:[-31, and in ?r-CSHgRh(CO)C2 F,I, 2.653 A. [4] : 

: ..‘th~:-~~p~~p.-radius ,Siim is :2; 60 :A. ‘&similar disq+ncy in -Rh+halogen .1 

(bridge) dist&es iii;[RhCl,iCsHi;02)(~:CHBC;HqN)p]Z- h&-been-ascribedto -. . ‘- 
‘I the irtins influence of a satu&ed &bon ligand [5]. However, n6 lengthening of 
Rh-CI &zn+ to Ph in chlorophenyl(tetraphenylporphine)rhodium was observed 163 
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The Rh<(acetyi)-bond length is 2.062(23) A, close to the value found for 
the -Rh-X (methyl) b&d in RhI, Me(PPha)* j- 2.08 A. [ 31, and in Rhi I2 Me, (SMe* )j, 
2.08-A [7]; A similar dist-ante has also been found for Rh_C(perfluoroalkyl) in 
ZT-C~ KS RhI(CO)& F5 c 2.08 A 143 ,. and for Rh-C(Ph) in chlorophenyljtetra- 
phenylporPhine)rhodium 2.05 A [ 61; There are no significant differences in these 
I&h-C (T. bond lengths,_a result which is in contrast to the varititions observed in 
M&Cci bonds. ThuSin n-CSHgM~(C0)2(PPh3)COMe the Mo-C(ecetyl) bond 
lengt_h~is2.26&.&_ [8J,. in [n-CloHSMo(CO),Me_12 the Mo-C(methyl) bond length 

-._[9] .is2;383 A, ~~,T-C,H~MO(CC),C,F, the Mo_C(perfluoroalkyl) bond length is 
_.2.-288.A: C&O]; end +?i-C,H;Mo(CQ),C,F, the-Mo-C(p+luorophenyl)~bond 
.,length,isl2_244.~_[_llJ_:-. ..: __ -- : I -_I : 1:. .- .' 
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1- ~::M;~~lls;‘Adt;l.Crjr~~,~.~3:<1_960).~22,.~~: _.. : :.- -.. .- i. , : .._ -,..:.. .'. 
~::g-_p_~;= Tjio~~~~.~~~~~,.g~~~-~ern. &+&,flg68j576_.: 

~?4'-AK.R;-C~~ IEior~:che3+4 t19fs6>:1~~4; p .L _ ,:-_ ;_ : ,: 1 --' ~. ;,.;.T': ;r, .._ ,-.I __ .,-. ,_ __ .y .:__. ,., _ ._ : 
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