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The structures of dimeric products obtained in
the alkylation of 2-triﬁuorome'thylphenothiazine are
shown to be l()-alkyl(w-aminoalkyi)-2,2’-bis(tri- Fig. 1
fluoromethyl)-7,10’- biphenothiazines (4-8) by X-ray

tall hic studies. ' S
crystallographic studies Dy= 146 ¢ cm (by flotation in chloroform and

RECENTLY one of us reported the formation toluene mixture}, D, = 148 g cm™3 (including solvent
of dimeric phenothiazine derivatives during molecule as obtained from structure determination),
the alkylation of Z-trifluoromethylphenothiazinel, volume — 2672 A% Z = 4. The X-ray diffraction
The products were assigned structures 1,2 and 3 data were collected manually on a General Electric k
tentatively on the basis of their 220 MHz NMR “XRD 3 diffractometer to 20 = 120° using Ni filtered i
spectra which seemed to favour 3,10"-link of the Cu-K, radiation (» = 1.5418 A). The structure e
two phenothiazine units over a 7,10"-link which the was solved by direct methods.and refined by using
alternative structures 4, 5 and 6 possess. Sub- 2926 reflections which had an ntensity greater.thayp
sequently in an effort fo place the structural 26 out of 4098 reflections measured. At the presert
assignments on a firmer footing, 360 MHz PMR and stage of refinement the crystal}o_graphlc & factor
100 MHz 3CMR spectra were run but neither for 2926 reflections used in deriving Ye structure
displayed sufficient resolution for clinching the issue. is 149, and the refinement is Ontinuing. In
Hence an X-ray crystallographic study was under- addition to four molecules of bipknothiazines, the
taken. The dimeric product from the alkylation' unit cell also contains some disorered solvent mole-
of 2-trifluoromethylphenothiazine with methyl iodide cules as indicated from the @nsity measurement.
was found to give crystals suitable for X-ray The molecule is shown in he ORTEP drawing
investigation. ‘ (Fig. 1). The mean plans of the two rings
make an angle of 91° with €&h other. The dihedral
7 angles at S and N for eaci of the phenothiazines
Q\ﬁ are 149° and 156° respectizely and are within the
fange reported for the enothiazines®® Details
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of the structure will b, published elsewhere.
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CI ! /‘\, /@ﬁ@{ 4 | From Fig. 1 it is seen that the correct structure
8 71 : F""\]) FiC NN ’\[ is 4 and not 1 as indigted earlierl. The complex
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2 CF ;‘; cry Pattern of the aromati protons in the NMR spectra
1R=CH 4 R:CH of 2 and 3 are Stropdly similar to the one found
) ’ SOt for 1. On this basy 5pq taking into account their
2R: cHgCHzNMez 5R:= CH-ZC-HZNMEZ common mode of fo.'mation, the structures of 2 and :
3 R = CHpCHCH N B-CH, & R=CHyCHp T J-cwy; 3 must be revised to 5 and 6 respectively.
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