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Temperature Programmed Drug Identification

(Prazepam - internal standard)

Introduction:

This gas chromatographic method is designed to help qualitate various
basic drugs using a temperature program from 150° ¢ to 270% C. The temperature
program facilitates qualitation by reducing the time required to run samples
at variocus temperatures.
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Matefiaﬂs and Methods: <§é$>

1. Gas chromatograph fitted with dual ﬁé%e@qgr &
Columns: 4' X 18" i.d. glass co contdl 'ﬁéss% QV-17 on Chromosorb
W, 100-120 mesh, 4' XN@" &;h 1Q§3'column containing 3% OV-1
on Chromosorb W, 0 . @
Operational Parameters: hel%um f1€j§2% a rate of 30 ml/min; hydro-
gen flow was a&@bnﬂ/mgh aqg% v flow at 50 ml/min.; inlet

injection p s{?kem é}atugsy 50? C; detector temperature, 300°C.
Qg&fo

Temperature Programs e QO/ :
O O
XS <<§3% ov-17 3% OV-1
352> (§:\ N2 o
Initial Tenp. 4§gb (%) 150°C 150°¢
HoldingChim tgggi) 1} 2 min. 2 min. .
Pro rate 10°C/min. gEmr 8°C/min.
Fi emp. (2)(:) 270°C 270°C
ing time at temp. (2) 12 min. 8 min.

2. ﬁgéﬁepam-lnterna1 Standard.
Stock standard was made by dissolving the appropriate amount of the

drug in metharol to make a solution equivalent to 1 mg/ml. The internal
standard of 10 ug/ml was prepared by diluting 100 ul of stock solution
to 10 ml with methanol.

Sample Preparation:

1. Prepare the basic urine extraction as outlined in Basic Urine Extraction
Method., Extract a quality control sample with each batch of samples to
which a 20 ul aliquot of the internal standard solution has been added.

2 Add 50 ul methanol to the final extraction and inject a 3.0 ul aliquot
into the gas chromatograph.
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Compare the unknown chromatograms with the relative retention values
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. {Continuod)

BRUG Pel. Rt. Tine Red. Rr. Tiew

3t ooyl It hv-by
Prutriplyline 0. Ma C. 7
Quinldine 1.09 101
Quinine 1.0y RE
SKF-5254 Q.80 0N
Mr)«_clhnine 1.29 .55
Tetracaipe G.73 0..¢
Theny Yt amine Q.53 G.5%6
Thic(hylperniﬁe- bo4d 1.53
Arluridasing '] 1.3
friflueperaiine 1.02 2,95
Trihexyphenidy) 0.73 0.68
Tringcatne . G54 0.5¢
Tripelennambng &.54 0.54
a v Tailing
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