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Fig 2 Chramatograns of urine analysis
ab,c DCA PFB DNB (represent dichloracetyl (DCA) , pentafluorobenzoyl (PFB) and 3, 5-
dinitobenzoyl (DNB) derivatization resectively); &, by, ¢;. (abtained from blank urine) ;
&, b, c. 20 mgMA 22 24 h , 273u g/ MA
AM, | S 1000u g/L (abtained fram the urine of aman excreted 22 24 h post an oral dose of 20mg
MA, the urine contained 273l g/L of MA and a little of AM , major metabolite of MA , and were added 1000u g/L
of | S before analysis) (chromatographic pesks): 1 AM; 2 MA; 3 | S
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Table 1l The Imitsof detection, working curves and recoveries
Working curve Recovery (%)
L L imit of detection
Derivatization method (W gll) ax10® b x10° y " 2/'793” RD
" non-Derivatization 300 163 15 0. 999 99 7 99
Acetylation (AC) 9.0 142 10 0 999 98 6 4.0
Trifluoroacetylation (TFA) 78 1 46 8 0 998 100, 1 52
D ichlomacetylation (DCA) 61 101 5 Q 997 99 4 4.7
Pentafluorop ropanoylation ( PFP) 6 3 177 2 1 000 101 2 71
H eptafluorobutanoylation (HFB) 60 133 3 0 999 100. 4 4 3
Pentafluorobenzoylation ( PFB) 30 2 33 2 0 998 102 1 61
3,5-
3, 5D initrobenzoylation (DNB) 46 11 4 7 Q 997 100 0 56
X 10 /min 20 /min i
* (ocolumn tamperature) : 70 (1 min) 140 280 (10 min)
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D eterm nation of M etham phetam ne n Ur ine by Acyl Der ivatization
and Gas Chramatography with Nitrogen-phosphorusD etection

Zhao Bing, Tan Jiayi’ , Jiang Zheolin, Yao L ijuan
(China Criminal Police Collegg Shenyang 110035)

Abstract The detemination methods for methanphetamine (MA) in urine by gas chromatogrgphy with nitro-
gen phophorous detection combined with dichloroacetyl, pentafluorobenzoyl, and 3, 5-dinitrobenzoyl derivat-
ization were developed The procedurewas smple and rgpid Onemillilitre of urine ssmplewas alkalized and
extracted with O 2 mL of cyclohexane The acyl derivatization was completed by addition of 104 L of acid
chloride or anhydride into the extract and placing at room temperature for 5 min Theresiduary reagent was
destroid by washingwith alkaline aqueous ®lution The orgainc phasswas analysed The sensitivitiesof these
methodswere campared each other and with those of acetyl, trifluoroacetyl, pentafluorop ropanoyl, heptafluoro-
butyryl derivatization and non-derivatization methods which have been reported in literature The pentafluoro-
benzoyl and 3, 5-dinitobenzoyl derivatization methods are more snsitive The detection Iimites of the two
methodsare3 OM g/L and 4 6M g/L regectively The detemination result of uring samples of aubjects
digested MA showved that these methodswere auitable for analaysisof AM in uring
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