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methylsilylation, 25 JAI of N,N-dimethylhydrazine are added and
heating is continued for 30 min. This reaction mixture may be
used directly for GC or MS studies.

For biological samples, especially when the advantageous de-
tection by the N-FID is intended, a partition step is necessary to
remove the nitrogen containing silylating reagents. Iso-octane (3
ml) and water (1 ml) are added and the sample is shaken and
centrifuged. The organic phase is dried in vacuo and the residue

dissolved in n-hexane for GC with the N-F ID.

For GC-MS-analysis, the residue is taken up in a mixture of
n-hexane, MSTFA, TMS-imidazole (80:19:1, v:v:v) to protect
the O-TMS-functions for longer periods of time. The fragmenta-
tion pattern under electron impact of the 0-TMS-dimethyl-
hydrazones of the anabolic steroids is the most favourable of all
derivatives we have hitherto investigated (Donike & Strat-
mann, 1976).
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DISCUSSION

CARTONI: By using ether as the extraction solvent for horse urine you cannot be sure you can extract all the
compounds, as if you were using chloroform.

DONI KE: We have not yet tried extractions in all cases but if you do not have amphoteric compounds like opium or
ritalinic acids, I believe that nearly all the compounds you wish to detect are extracted in sufficient quantity in the
ether because the partition coefficient of most of these compounds is very high because there is present a lot of sodium
sulphate. Ephedrine for example, if you do not add sodium sulphate you do not get a good yield.

CARTONI: Morphine is a difficult drug.

DONIKE: First we do an acidic hydrolysis then we extract, not with chloroform, but with a mixture of ether and
t-butanol which is sufficiently polar to extract sufficient morphine for GC screening and other specific tests, but this is
a difficult group of substances because also it contains substances such as pemoline.
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