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Crystals were mounted with per-fluorinated inert oil. Data were recorded on Oxford Diffraction 

Xcalibur diffractometers with monochromated Mo-Kα radiation and an EOS CCD detector 

(MoSiF0, MoSiF3, MoSi2F9) or mirror focussed Cu-Kα radiation and an ATLAS CCD 

detector (MoSiF9, MoSiF9-MCBD). Additionally, Rigaku XtaLAB Synergy S Single Source 

diffractometers equipped with a PhotonJet Cu-microfocus source (MoSi*F9) or a PhotonJet 

Mo-microfocus source (MoSi*F9-MCBD) and a HyPix-6000HE detector. Data reduction was 

performed with CrysalisPro5. Absorption correction was based on multi-scans and for some 

crystals (MoSiF9, MoSi*F9, MoSiF9-MCBD, MoSi*F9-MCBD) additionally face indexation 

and integration on a Gaussian grid was applied. The structures were solved by direct methods 

with SHELXS6  (MoSiF0, MoSiF3, MoSi2F9) or intrinsic phasing with SHELXT7 (MoSiF9, 

MoSi*F9, MoSiF9-MCBD, MoSi*F9-MCBD) and refined on F2 using the program SHELXL-

2018/38. H atoms were placed in idealized positions and refined using a riding model. 

The crystal structures of MoSiF3, MoSiF9 and MoSi*F9-MCBD suffer from disorder and the 

respective groups were refined with a disorder model where applicable. In case of MoSi*F9-

MCBD the structure exhibits a fourfold modulation along the c-axis. For most of the ligands in 

this structure we were not able to refine a stable discrete disorder model. The structure of 

MoSiF9-MCBD was refined as an inversion twin with a minor component contribution of ca. 

8 %. The crystal of MoSiF9 decomposed during the measurement possibly because of a phase 

transition at 100K. Omission of the affected data led to a low completeness. 
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C38H65F9MoO9Si2

989.02

130(2) K 

0.71073 Å

a = 11.5736(2) Å = 90° 

b = 21.7942(4) Å = 100.760(2)° 

c = 19.6903(5) Å  = 90° 

4879.29(18) Å3

1.346 mg/m3

0.398 mm-1 

0.35 x 0.35 x 0.25 mm3

2.304 to 31.069°

16 h 15, −31 k 31, −27 l 28

128731

14665 [R(int) = 0.0490] 

Semi-empirical from equivalents 

1.00000 and 0.97935 

14665 / 348 / 602



R1 = 0.0342, wR2 = 0.0724

R1 = 0.0509, wR2 = 0.0800 

0.538 and −0.436 e.Å-3
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