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It has been found that the reactions of tris(5-bromo-2-methoxyphenyl)antimony with 2,3,4,5-tetrafluorobenzoic and pentafluoropropionic acids in the presence of tert-butyl hydroperoxide in diethyl ether at molar ratio of the reactants 1:2:1, leads to the formation of tris(5-bromo-2-methoxyphenyl)antimony dicarboxylates [(2-MeO)(5-Br)C6H3]3Sb[OC(O)R]2:

Ar3Sb + 2 HOC(O)R + t-BuOOH ( Ar3Sb(OC(O)R)2 + t-BuOH + H2O
Ar = (2-MeO)(5-Br)C6H3; R = C6F4H-6 (1), CF2CF3 (2).
The actual reaction yields are close to quantitative ones, the melting point is 224 (С (1),         189 (С (2).
According to X-ray diffraction analysis data, antimony atoms in molecules 1, 2 have trigonal-bipyramidal coordination with oxygen atoms of carboxyl groups in axial positions. The axial angles OSbO are equal to 177.5(2)( (1), 174.4(1)( (2). The angles between the axial and equatorial bonds OSbC vary in the intervals 84.0(3)(–93.5(3)( (1), 85.4(2)(–100.2(2)( (2). The sums of the valence angles CSbC in the equatorial plane for compounds 1, 2 are practically equal to 360(, antimony atoms deviate from the equatorial plane by 0.043 Å (1) and 0.045 Å (2). 
The mean values ​​of Sb–C bond lengths are 2.117(8) Å (1) and 2.101(5) Å (2). The Sb–O bonds are 2.108(6), 2.117(6) Å (1) and 2.113(4), 2.129(4) Å (2). Carboxylate ligands exhibit an anisobidentate binding mode; distances Sb···O=С are equal to 3.032(7), 3.200(8) Å (1) and 3.158(6), 3.171(5) Å (2). Carboxylate ligands have trans orientation towards the SbC3 fragment. The angles between carboxyl group planes are 53.13° (1) and 44.44° (2).

There are contacts Sb···OMe; distances Sb···O are 3.148(6)–3.204(7) Å (1), 3.101(4)–3.172(4) Å (2), which is much less than the sum of the van der Waals radii of antimony and oxygen atoms (3.7 Å).

Structural organization in crystals is due to С–Н···( interactions and weak hydrogen bonds C–F···H–C.
