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Fig.1 Chromatograms of Turbot blank sample
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Fig.2 Chromatograms of Mandarinfish blank sample
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Fig.3 Chromatograms of diazepam and its metabolites standard solution
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Tab.2 The intra —batch recovery and RSD of diazepam and its metabolites n=6;x+SD
it P
sty TR/ (ng-kg™")
S N % RSD/ % S ENR % RSD/ %
1.0 85.7 +3.97 4.6 100.8 £6.25 6.2
Hu gL 10.0 96.6 7. 34 7.6 101.3 £4.25 4.2
50.0 103.6 £2.90 2.8 92.7 +3.62 3.9
1.0 86.8 +6.33 7.3 103.0 £7.00 6.8
R H PG P 10.0 97.4 +4.87 5.0 93.3 +3.64 3.9
50.0 97.1£3.69 3.8 89.5+1.88 2.1
1.0 94.8 £6.26 6.6 108.0 +4.87 4.8
L RYiiipEa 10.0 100.5 +4.53 4.5 90.6 +2.62 2.9
50.0 95.0 +2.10 2.2 95.6 +4.68 4.9
1.0 102.9 £5.97 5.8 96.4 +4.92 5.1
By 10.0 105.6 +4.01 3.8 102.1 £3.78 3.7
50.0 102.4 +2.66 2.6 98.5+4.73 4.8
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Tab.3 The inter — batch recovery and RSD of diazepam and its metabolites n=4;xxSD
i s K HF
Loty BIMKFE/ (ng-kg™")
SEX [RIR S % RSD/ % SR [RIR /% RSD/ %
0.5 88.9 +4.46 5.0 99.8 +£6.19 6.2
Hb 7 1.0 94.6 +4.07 4.3 101.3 +5.57 5.5
10.0 101.6 +£2.54 2.5 94.7 £3.50 3.7
0.5 90.8 £5.34 5.9 102.7 £8.42 8.2
2= H b g 1.0 96.4 £2.70 2.8 95.3+3.72 3.9
10.0 97.7 £3.32 3.4 96.5 +3.86 4.0
0.5 95.8 £6.32 6.6 100.0 +3.80 3.8
LR pE S 1.0 97.5 +4.39 4.5 97.6 £3.73 2.2
10.0 97.0+2.13 2.2 98.6 +£3.55 3.6
0.5 103.9 +6.23 6.0 96.4 +4.82 5.0
B Py 1.0 101.6 +4.88 4.8 96.1 £4.64 3.1
10.0 100.4 +2.61 2.6 103.7 +4.46 4.3
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Tab.4 Regression equation and linearity range
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Determination of diazepam and its residue in turbot and mandarinfish by high
performance liquid chromatography — tandem mass spectrometry

YU Huijuan ™ , QIAN Beilei, HUANG Dongmei, SU Hui, GU Runrun, FENG Bing

(The Fishery Products Quality Inspection and Test Center ( Shanghai) , Ministry of Agriculture,
Shanghai 200090, China)

Abstract; A method for detecting residues of diazepam, nordiazepam, temazepam and oxazepam in aquatic products
was developed by using high performance liquid chromatography — tandem mass spectrometry ( HPLC/MS/MS). Dia-
zepam and its metabolites was extracted with basic ethyl acetate from the test tissue, then the extract was cleaned up
and concentrated on an Oasis HLB cartridge, eluted by ethyl acetate and then analyzed by HPLC — MS/MS. The
quantification was performed with internal standard method, the D — diazepam, D; — nordiazepam, Ds — temazepam
and Dy — oxazepam were taken as internal standard. The average recoveries were 85.7% —105.6% (intraday) , the
relative standard deviations were 2. 1% —7.6 % (intraday) in the spiked range of 1.0,10.0 and 50 pg/kg. The
limits of quantification (S/N >10) were 1.0 pg/kg . The results indicated that the method developed is easy, fast,
and accurate and is applicable to be used for detection of diazepam and its metabolic residues. [ Chinese Fishery
Quality and standards, 2011, 1(1) :54 —59]
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