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Forensic sciences—Examination methods for diazepam and its

metabolites in biological samples—LC and LC-MS
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EEMNZE YA it R AR
ARG e IE-FUE A

1 SEE

ARRERE TVEEERN AR (i, SR BF. B B AEWNES) gy AR (LH7
L RHRRETERE. R AR R T . RSP AT PRS0 m ROAR  (HPLC)
Je A O - R BT (LC-MS/IMS) & P& B A6 6 J71% .

AKREIE F T2 B2 R A YA oh s T 2 S AR U (2 FR . LR L RE . 25 B R i
HEREIR T ALV PE R AR T B e T A E B b . oAt R BERE i AR st v R AR
P AT AL E B AT T S IEH

2 HEMSIRAXH

ISR A SRR R AN T o FUAETE HIR 51 SO, G H R RRAE A 30
NAANEH GRS, HEo oA (R MBS G AT,

GB/T 6682 73 S5 = FI K HA% A6 U5 72

GAIT 122 FWn M A AR

3 AKIBMEX

GAIT 122 FL & ARTEFE s H T A 30

4 [RIE

LA R i AR IR A A BRI, 42 PAT BRAE RO EER, X AR A BEAT BRI, A0 B4, R T A
k- B RN E M e B, SR A E R, DUORE A PSR IE R 7 AR T LA e
WA CAEIBUS RS, R SMREREAT E ' 0P

5 FRIAnAE R
5.1 K5

SEI6 FH K RAF A GBIT 6682 FRHLE 1 — 2K o 18 4T A4 F AR A B A e it o, )4

a) FH

b)  EERE

c)  &K;

d)  HE/ZUKIK (RFAL 5:2:93) WRAEWR: FEBCHE SmL. &K 2mL, F/KERZ 1000mL;

e) ARAEETR:

1) 1.0mg/mL HipbyE. ZHPERE. HREPUPEARUED AT ARTEHhPE P, R RE, &

FREL PO PEPR Y I A0S, S FRBOE R, 20l F I EERCH) 1.0mg/mL gy 2 H ek,
FHREEVEPERREYI ST, B T UKFE A ORA . AR0H 6 NH . BCRH T SRR

i@
2) 0.1mg/mL X HUEREE VU A A1 FERERR T . FRIE VU PR AT REIERR E AR AEY) BRI RATT&
PRUETIB;

3) 10.0pg/mL RS FRUE TAEWE R : #HL 1.0mg/mL AHIPERE . EHpGRE . 2 PR P pEbr vk
1
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YIS 0.4mL, 0.1mg/mL 25 FE IR BE PO PR A0 ) M I IR T L R 0 U e o 46 W TS I L A
YIRS 1.0mL, H B ERZE 10mL, JRE], %3, B TUkEHAEEA. A5 3
Ao S AT H AR IR TR A bR AR B 10.0pg/mL A v ST R R A
P33

4)  10.0pg/mL Hupg e L HAR ) B — AR e ARV : F2HL 1.0mg/mL BHb ey, K HTRE.
J R L PO PEFRUE R AT & 0.0mL, 0.1mg/mL 2= FEFR L PG pEAe 2 MRS IR 17 . SR L
A PEREIR AR EY AT S 1.0mL, 7l B E A4 10mL, JRAT, FeHlsakE N
10.0pg/mL (8 —havlE TARIRW, 5, B KA RS, ARN 3. ek
FH oA B 1 B — A A VA B 10.0pg/mL FRUEYD i 18 WU B I A RS 31

SE: REBRIEG LT T X RV E FR U TR R

52 #MH

PR

a)
b)
c)
d)
e)

AHEOLE;

HAZEP A E

AR AU . Coo MEBRAERUEIAHZE IR, (AT . £ B KR
— R 2

AHLARMALIEMRE: 0.22pm.

6 NFALEF

A RN A B4

a)  RAGRAHEIEAG: FCA R AMEI A s

b) AH G- BOA RIS B TR (ESD A= E DY i 24 T 48
c) TR

d ol

e) G

f) B

0) KA

7 #BERE

7.1 EMSH

7.1.1

7.1.1.1

HmizE

E5EE=:

FE B ARG AL T 1.0mL ~3.0mL, BFREECRE ) BT R 45 [E AR AG 4 FF 5 1.09~3.0g T 2. 76 B0
#rp, IIAK3mL, #E15min, 8000r/minEs.0220min, Y SRR 2 OIS I CreFAB R B, 45
1] b 3 VO A A 0.5mL/min, AR KFIKIML . B EEIZEUKIK (RFERS:2:93) JRAVEIRImMLMK YL, I
T35 BB, BT 7K o B 0o 8 2 o [ A AR U 2min, - R AmL e, 4% 1458 9 0.5mL/min,
WA PR B Tk 4 2% L 50°CIRAE T, 7R EEY) 100l FREEVA MR, 220.22umE WL R AL IERE L ),
VE G BE S R BGRALLC-MS/MS 43 #T

7.1.1.2

e

Bz Sl &
EARUE 2 AR R JCABLE 5T 2 el il IR A W T Rag o Ed, — i1

NZEEAREG, —OUSINMTE R LR PGPE. E FERIR U 25 F R G A R R T A R T PR A
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PEBERR TR EDI BT, AEE IR (LC-MS/MSHS AR i IR Z 910ng/mL(g)), SRAAHE f- T AT 448,
152023 RE S SR EUBUR S IR ot SR OB AL RS A

7.1.2

RELopl

7.1. 2.1 UEEEH GREGIE-FRIERE)

LA S50, AR A 5 S RS RIAN (R AR 5 A5 S5 L AT 1 2

a) filAE: Cigkk (2.1X100mm, 1.7um) BRZERL O RER:,
b) #EiE: 40°C;
c) iiE: 0.4mL/min;
d) WaitH: A: 25, B: 0.1%H /KB
e) VM. BEEEVEML, W 1
= BBERRR SN
H“L.'Eﬂ A B
min
0 10% 90%
0.5 10% 90%
3.8 90% 10%
45 90% 10%
4.7 10% 90%
5.5 10% 90%
f) B HEEE IR (ESD;
0) R EET
h) H#ETR: ZRMEFREN (MRM);
i) BAEHEE: 55KkV;
0 AHBVSUERE: 550°C;
K) 4#Bh S 1 5. 50psi,
I) #%HBh S 2 yiE: 50psi;
m) MS &4 GEM. TEE X2 B EfRiERE: L& 2.
T2 NS BEEH
. o b B FfERIE Tl i e
% K EMEE TN v oV
. 285>154* 40 40
St 285>193 40 40
o 271>140*% 50 30
ks 2715165 50 30
; 287>269* 45 25
AL 287>241 45 30
. g e s 477>283 30 20
I Y A A PR I PR I ATT>300 30 %0
5 R F T T ) W I 463>269 35 20
BRI 463>287* 35 32
i CNERE T

7.1.2.2 i#H

TSRS 2 NSNS b R OB SR HE AR, $27.1.2. 10 70 M 2 AR R AT

7.2 EEDH

7.2.1

HEmiEE
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4 L S5V AARAGE AA A i 1.0m L ~3.0mL I 473, ERR BB T4 F JHF U 45 [ 444G A 498 i 1.0g ~3.0g P 473 T
B BOEd, #7113 THAE,

A RCE RIS 02 AR S =0y, AP BN R PR KRR, LR
Sk U ] TR TR YR e PG P AR TS P B HE ) I D N IR by NI fd b R AR &5 N O ARG
FEal B ARY) S B 1(100250)%), 7 fE A Bt b, SRR TATERIE, 9305 AR SR EOR
A IR i SE R A 28 T o

7.2.2 (UM

7.2.2.1 {UEEEH

7.2.2.1.1 SEHEEE-FRIEEYE
F7. 1. 2. 05 26 A 537

7.2.2.1.2 SREEILEY

LN NS H A, ATARIEAS [ S RRACES FAS [R5 SE B 0 dE A7 1A 2 <
a) failkE: Cigkk (250mmX4.6mm, 5Sum) B EFE,

b) FEiE: 30°C;

c) JiiE: 0.8mL/min;

d)  JshA: FEE25mmol/L BRI (ARAHLE 50:50);

e) HEFERFN: 20pL;

) R 250nm.

7.2.2.2 i

T3 ABEGERE 2 RS IR i RGBS AR vE A, 47,2, 2. LK 0 B Sk AR S RE b gt R B2~
3R T EREMEATE L, AT REA D T6K.

7.2.3 itE

7.2.3.1 tEEE
TESR S FE PR BURCFAT BERE 2~3 I HAn R B I (] fgE i ARAE, 20 (L HE&=:

W= Ay xM . xV,,
Ay XM XV

A

WM FE S T BARYIIN & &, AR (uolg) BUE R ZTE (gimb);
LN R R S G SR A Y LE ST AR S IER

M s— ININRE S b B ARSI, A ROT (pg)s

V p— R R E B, AT (mL);

N ) RE Y S G SR A Y L E ST AR ST IER

M o— KR FE R EORE B, B85 (@) BZTH (mbD;

V s ININEE R E A AR, A =T (mLD.
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7.2.3.2 IHEHENHEE

KPR AT AT IR FE S b AR S &, a3 (2) THRNAH 22
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RD =——*>x100%
K e )
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RD—HIXt AR, AT (%) £k

X1 Xo— PiANK A RE i PAT 5 B 5 1 2 B 00
X — B RE S PAT B A B I P54

8 IRERIEM
8.1 EMLERITM

8.1.1 PHMZLRIFMN

TER RIS T BT ARSI R I, A AAAE Sl b B BR A 1) €0 1 06 8 55 I 1] 5 B B VA — 3 PR 275
5% W) HisIEEE 7 (B0 eEE 1) SHElEEl—% BB TFEERSIRERIIN
PRAEARAREL, FEX R ZE A R 3ME 1VaE, AR TP, e R WS A R b S B AR .
5 T A TR €2t RN R £ - £ BBE o 33 1R 2 L B S A

* 3 BT FELNsARITENRECE

BTEE >50% >20%~50% >10%~20% <10%

K SC AR (i 2 0% 5% +30% +50%

8.1.2 [RAMZERITEMN

R FE R AR MBS B PAR I — B0t g, BLESINRE S o 3L S B AR IR I — B (i
W, A ERERC T, WATHIWS AR P RAS H HARY) . LC-MSIMS/3fT, P K HAC A (1A
R Z ML SRA.

8.2 EEBLHRIMN

IR HARY) S R IIRD<<20%, ERHIETIEE, HEBEEM MM P TR GEoRAAA R R
HAR¥) & & IIRD>20%, & B AR 58, NA%7 285 e BUG 56 .
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Mt & A
(FERMEF3R)
AR H AR KL E
A1 R ARG T IR

HUpaRE, EEHPERE. EHERETERER R )y Ing/mL (g); 25 FV R U0 R 2 0 R R T R FR L P
] 2] A T I A HA BR A Bng/miL (gD

A2 HAEFRARGYNSIRBEIEE
MV A S HAC W ) e RO 1 P LB AL

20768
w
[N

3138

R )

W

001 2 3 4 5 8 7 8 9 1011 12 13 14 15 16 17 18 19 20 21 22 23 24 25 26 27 25 29 30 I 32 I M4 3I5 I/ 7 I}/ W 40
[min]

T«

1 pE R, AR A E Y 34.1 min;

2- L FHTERE, {RETHSE430.8 min;

- L HRILTERE, fRETRS ] 923.4 min;

A- L PR AT E A IR T, R A 2A11.1 min;
SR 3E PG P A PR RS RRTE, (R B 1) 14.5 min.

ElA 1 HEFRAEKREYIHNSHREEIEE

A3 FEEREAEYRE & IE-FUEE
b7 e R FAU A RO S - B 1 LT A2
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330
6.504 {a} ID:diarepam
§ 285.000/193.000 {blue} ; 285 000/154.000 (red}
s
3
3 3.0ed
o
k)
-
00
05 10 15 20 T 25 30 35 40 45
ime, min
300
_ 15ed {b} ID: Nordiarepam |n|
a' 271.000/140.000 {blue} ; 271.000/165.000 (red} ‘\
3 10 l;.|
&3 |
-
0o 05 10 15 20 T 25 30 ) s 40 45
ime, min
268
{c} ID: Oxazepam
1.0e4 '\
§ 287 000241000 (blue} ; 287 000/269.000 (red} ‘
s (|
5 5000 fl
k>4 l
i L
- ™ |‘
g
0.0 AN _ )
05 10 15 20 25 30 35 40 45
Time, min
{d} ID: Temazepam Glucurcnide 1-?5
65000 (
Y 477.000/301.000 {blue} ; |\|
-
F 477.000/283.000 {red} |‘ ‘
£ 3000 |
o I
: L
0.0 3 S
05 10 15 20 - 25 30 s 40 45
ime, min
152
e} 1D: Oxaze Glucuronide
65000 (e} pam ﬂ|
5 463.000/287.000 (blue} ; |‘
5 463.000/269.000 (red} |“|
5 \
= 3000 L‘\
o I
k) -
- /‘ K
0 05 10 15 ] 20 25 30 s 40 4.5
Time, min

Vi«

-4 pa 2, R EFINE A 3.30 min;
2-LHHhpEPE, CREHETE 9 3.00 min;
3-LHRILFRE, (REFRT A5 2.68 min;

A4-F R SL PR A VRS IR T, SRR R 1.65 min;
S-FREETU PR A MR TR T, RIS N 1.52 min.

A 2 PR B EHRY LC-MS EE




