DETERMINATION OF BENZODIAZEPINES IN URINE BY SOLID PHASE MICROEXTRACTION AND GAS CHROMATOGRAPHY WITH NITROGEN PHOSPHORUS DETECTION
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An analytical technique based on solid phase microextraction (SPME) was developed for the determination of benzodiazepines, especially diazepam, desmethyldiazepam (DMD), temazepam and oxazepam in urine.  Each urine sample was diluted with water and adjusted to pH 6.0 ( 0.5 with the addition of 0.1 M NaOH.  Saturated sodium chloride was solution added to increase the ionic strength of the sample. After conditioning and agitating the sample for 10 minutes, a fibre coated with polyacrylate (PA) was inserted and immersed in the urine matrix for another 30 minutes. The fibre with the extracted benzodiazepines was inserted into the heated injection port of the gas chromatograph, in splitless mode, and left for 5 minutes to desorb.  Analytes were separated on an HP-1 capillary column and detected using a nitrogen detector.  The method was shown to be reproducible and robust.  When 2ml urine samples were analysed, detection limits were in the range of 5-50 ng/ml. and the regression curve had a linear correlation coefficient of 0.980-0994 (n=5) over the range 0-500 ng/ml. The method was applied successfully to some authentic case specimens. 
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