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Sin le crystals of CsPaeF5 (orange-brown, Imma-D28 6.592, b = 
NO. 74; 2 = 2; B = 

7.86s, c = 10.79 1) have been obtaine2h)hlinstead of 'CsPdFS') 
by heating mixtures of CsF and PdFa (ratio 1:l) in sealed gold tubes 
(under dry Ar) up to t B 6oooC (20-30 a 
ly to the CsAgFeFs-type of structure [l 
of one F-, 

3 
. The structure is related close- 
but, because of the 'absence' 

one half of the Pa'+-ions is ioordinated planar quadratically, 
the other half octehedrally. From Guinier d ta are isotypic MelP&FS 
(Mel = K, Rb, Tl), brown and CaMellPdFs (Me?1 = Zn, cd, Ni, Co, Mg), 
brown or yellow. 
Under similar conditions single crystals of RbsPdFS (yellow, P4/mbm-pzh, 
No. 127; 2 = 2, a = 7.467, c = 6.497 1) have been obtained (instead of 
'Rb2PdF,') by heating mixtures of RbF and PdF (ratio 2:l) in sealed gold 
tubes (under dry b) up to t LCI 5600C (20-30 clg. The coordinationnumber 
of Paz+ is C.N. = 4 (planar quadratic). Isotypic are(single crystal data) 
CsaPdFs, RbzC6PdFe (with ordered distribution of Rb, CS) end K3PdF5, all 
yellow. 

1 Bernd G. Miiller, Journal of Fluorine Chemistry, z, 317-329 (1981) 
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Cs3Mo2O6F3, 
structure. 

Cs V 0 F and Cs5V2O2F7 crystallize in the hexagonal Cs3Fe2F9 
The 'E42 s rut ure can be described in terms of close packed 

Cs(O,F)3 layers, where the octahedral sites in two adjacent layers are 
filled with the transition metal ions, so forming face shared bioctahe- 
dral H2(O,F)q units. Single crystal X-ray data are unable to distinguish 
between fluorine and oxygen atoms. Therefore no information can be ob- 
tained, whether oxygen or fluorine atoms occupy terminal or bridging po- 
sitions in the N,(O,F)g units. Infrared and Baman spectra of these com- 
pounds, however, prove that oxygen and fluorine atoms are randomly dis- 
tributed over all la ers 
predominant species 9 02FMoO FNJ Ff3- &d by a random &~%%%~ i?the 

in Cs MO 06F and in Cs5V OqF 

vanadium atoms as well, to ghe gluorine {ridged anion C02FVF VO FJ3- 
Cs3V2O2F 

z 
contains the anion [OF2VF3VF20]3- with a statistic 21 $istribu- 

tion of he oxygen atoms over the terminal sites. 
The compounds Cs3MoxV2_~x+Q 
hetero binuclear anions have 2 

_x and- Cs~o,V2 
-~02~~~2~2xs~~~~~~gthe lso been prepare . 

oxygen atoms occupy terminal and bridging positions. 


