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CHROM. 3417

Gas chromatographlc separatlon of pyrldlne homologues, chloroamlmes
and toluldmes

_ : Durmg the course of studies on the separation of isomers by solvent extraction,

GLC 'teéhniques have been used for quantitative analysis of the isomers present in
the solvent phases. Several liquid phases have been studied and it has been. found
that glycerol, diglycerol and polyphenyl ether (5 ring-OS-124) give good resolution
of. pyridine bases, o- and p-chloroanilines and o- and p-toluidines.

Glycerol and diglycerol have previously been used!.2 for the analysis of pyndme
bases but have not been reported for o- and p-chloroanilines or o- and p-toluidines.
Of these two stationary phases, diglycerol gave very good results. It was found with
glycerol that, whilst it gave good resolution, its efficiency decreased with time for the
chlorcanilines and the toluidines. The resolution obtamed for 0- and p—chloroamhnes
and for o-and p-toluidines is given in Table I. :

It is believed that the use of polyphenyl ether f01 the separat1on of pyndme '
bases, 0- and ; p -chloroaniline and o- and p-toluidines has not previously been reported.

v Expemmental
Instrumentation. The Pye “Series 104’ ’ Dual Flame Ionlsatlon, Temperature
Programmed Chromatograph Model 24 was used
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TABLE 1
RETENTION TIMES AND CONDITIONS
Conditions Compound ‘Retention
time
Stationary phase and column length Temperature _ (min)
(°C)
20 9%, polyphenyl cther; g ft. 110 Pyridine 14.5
e-Picoline 17.3
2,6-Lutidine 20.5
-B-Picoline 30.5
y-Picoline "33.7
2,5-Lutidine 35.0
2,4-Lutidine 40.5
135 o-Toluidine ’ 70.0
p-Toluidine 75.0
178 o-Chloroaniline 25.0
p-Chloroaniline 30.0
12 9, diglycerol; 5 ft. go o-Toluidine 3.0
p-Toluidine 4.0
II5 o-Chloroaniline 1.5
$-Chloroaniline 2.5
209, glycerol; 5 ft. go o-Toluidine 3.0
p-Toluidine 4.0
I15 o-Chloroaniline 1.5
P-Chloroaniline 2.5

Solid support preparation. Chromosorb P of 80-100 mesh was treated with
alcoholic sodium hydroxide (6 % NaOH on dried Chromosorb P), the alcohol sub-
sequently being evaporated. S L
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