ICS 13.310
A 92

GA

FEARAXME AR ITIFE

GAIT >000k— >3¢<xx

LFERE FUERPREFEERMEZ
REEXEFHRE REEIEMGEEEIE-
JRiES

Nee

Forensic sciences—Examinationg methods for five benzodiazepines
including bromozepam in suspected drugs—LC and LC-MS

XXX X-XX-XX KX X X X X - X X =X X LTl

i NRILFE A ZZE £%



GA/T >000c—>0xxx

]l

Hil

APFEIZ EGB/T 1.1—2009%5 tH fF I 2 5

T ERA SO 3L ] ZE 0 BE P K B R o A ST I R AT WA AN AR AR R X 8 ) 1 54T o

AHRUE B A E T S AR ME B ZE L 2 B i 73 iR ZR 22 (SACITC 179/SCL) $2 thFFIH 1

AFFHERR TN AT E O RIETA L.

AFREFE TR mAAE . TREK A B, ERE WL BPE. BRI, XEAk, B
E—. FRUT. BEM. TE. BILT. FRN.



GA/T >000c—>0xxx

EEMFE RUSRPRAFFAMEN _fAREXE5m0N
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1 JeE

AFRERE T IERERE 2 AR DL b 2R B RO R CRPOPE . SR HUPERE . R e =
M) FBAH GBI -PTE (LC-MS) EMERIGTHEMBUH il (LC) EERLTTiA.

AHRUEG F TR RE R A SUBEE DL i FP 2R R FE3E GRPEPE ., SR s, A=
MR [RREVE S AT A E B AT

2 HEMSIRXH

NSRS T A SR N A AN ] 1o FLA R H AR 51 SO, O0E B BRI AR AR E F T A SCF
JURAE H B 5 S0, HsofhiAs CEERFTA B SR & T A0

GBI/T 4883—2008 %#is I Ge it AL BEAIAARE  1EZSFEAS B8 RE(EL 1) 1 Wi AN Ak B

GB/T 6682 43 #7526 = F /K AA% AR 6 772

JJF 1059.1—2012 & AH & LV 8 5 KRR

GAIT 122 EWm i &R ARiE

3 ANBEFMENX
GAIT 122 FL5E BIARTEF 2 SG&E H T A0
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2) bt TARR BRI TR BT =326

52 #MH#

——E MR bR E TAE T FEERL.Omg/mL iR (RS, Huptiph. Came ol = me
T PRUEIETOE R, P RERRE, BCH R Ing/mLERTERE (A HhvE k.
SCEIMEA B =) BRUE TARIRIR . HOARIRFE E I AR AE AR, 5250 75 5K
1.0mo/mLIFRPE R CRUECE . HpaeE . SERIMe B =) FRiEY) PO R BT )«

—— AR R UE AR A FL.0mg/mLiR PE R (AR, Mgk, WamkGa=m
O WRHEPIRIE, FH R REIR MR, e p0.2mg/mL. 0.1mg/mL. 0.02mg/mL.
0.01mg/mL. 0.002mg/mLIFRFEHE (S HipaeE . SCRIMEe =) bt TAE
Vs

—— WARTE R PRI TAEWET: AR o-VR 2K £ B500mg, F H 2 25 2 50mLA i, Al
HIE10mg/ML -2 BN ARE ST CBE T VKA TR RAT, B0 AD . i
ik B R RE, TC 0. 2mg/mL - ZBRVE . AR bR AR 1A T ) 4% 7 v
Z AT RAL, BB AT L.0mg/mLETERE CREE. ek, YRmke
B S ARHEVIIEM . 0.2mg/mL -8R ARV R R ImL A=Y, FH H I E A&
YR, BREWES R N0.2mg/mL. 0.1 mg/mL. 0.02mg/mL. 0.01mg/mL .
0.002mg/mLIFEPEPE GRS . MGk, R oal =) brdE TR

MR HE -
a ,E\-%%‘D%;
b)  AHLRMALIERE: 0.22pm.

6 NFALE

INE TN & SOk

) WAHERE (LC) : Bl ZiERES] (DAD) BUEAMEMIEE (UV) |

b) RAHETE-FIRE(LC-MS) « ALA WS B YR — HPURAT R & i 8
c) HWFRF: 7pE{E d: 0.01mg:
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e) IRIEIRG %

) EAIEEAG
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h)  10mLE I FE 45 -

7 BIFREE

7.1 EMESH

711 HmElE
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] i FHLC-MS 73 A1 e P AR e AR WOEAT B i
7.1.2 {NEEKM

7.1.2.1 ERHEGIE-FRIEN &G

PAF RS %A%, nIARAE A [R] it RRASCES FAS (R i 5 S Bl DL adE AT 1 % .

a) AR 2 L

b) {ai4:: poroshell 120 Cig  (3.0mmx50mmx2.7pum) BE AR

7E: poroshell 120 Cis#2M Agilent AR =S M ARK, HHX—FEELENT FEAGHEMMERE, HFAERR
IPZF= AT o G S I S 28507 S B AR RO, AT el i I e 8 285

c) VisiMH: A: UK, B: HIEE;

d)  FRERT: WK 1

*® 1 BERRERF

P[]

_ A B
min

0 50% 50%

5 5% 95%
55 5% 95%

e) JiiE: 0.3mL/min;

) BUR: HWBIE T

9 F#TA: EETREE

h) EANE ) E: 4000V,

i) TS 10mL/min;

i TEAUREE: 350°C:

k) ZAA: 25psi;

D JEACERR A GRS ED: 3min;

m) JaibEEE: 0.4mL/min;

n) EME X1 Fragmentor BLJE . filf A8 & (CE): W& 2.

*® 2 BUESEFN

) 2 Sy B
AW BT FET Fragmentor HiJ& filf- 48 e
Vv eV
182.0 36
IRPEPE 316.0 120
209.0 28
227.1 26
A 300.1 110
w 241.0 18
i 193.1 36
Hh PRV 285.1 125
154.0 28
267.0 27
L] 295.1 125
205.0 40
B 308.0 30
=t 343.0 150
315.0 30
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7.2 EESH
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7.2.1.1 FRETIERRLZLH)

121072, 1.4. 15500 0 WA AR TARVRL DL R H ARV A E 9 Ak AR, H AR
NREAARR, 25 2k S 90.002mg/mL~0.2mg/mL R P v (GUECE L HhPE e, R el =Mt
PR AR 2

7.2.1.2  frAETERZ I

K FHU FE 290.01mg/mLAN0.2mg/mL 1) 4R i AR A SO A S s R &, 8 STARTE AR Hh 42y,
FEAS W IURE AL AT 109%, THER TR (U Hhipbpe . Rl =) WA T B e bt
fZE (SD) o BRRATIGRHTSE /B WA, WEIURE b R 45 SRAE P 3(E18SD 2 1], b TAE 4R A 2
WE TN RE S (0 45 S8 H T (5 248SD, o F 48 il b v T4 il 2k .

7.2.1.3 #HMmER

AT RRBURE 247 % £10mg - Fe i B O (IR S B8 B A5 RN E BE, WP AT FREURE fh6 )
PLOML B, 6000r/Min B-LaBmin, 5505 HLEH 32 i E S WORRE , FHO.220m i A L3R CFLIE LI B,
HELC-DADELLC-UV /T, R SI6 i DL B PR EL

7.2.1.4  {LEEHM
7.2.1.4.1 RHEBENEYE

LN NZFE AT, FI8AE T RAS 00O o 2 DL SR, A AR AS (5] it RS ES FHAN [ A iy 5 5
R oL EAT R

) FaEs: ARE BRI R AR KSR A A

b) it ODS, (150 mm>4.6 mm>Sum);

c) fEiE: 45°C;

d) WahtE: A: K, B: 4

e) MERF: WE3;

% 3 BEIRIER

B ]
_ A B
min
0 74% 26%
25 54% 46%
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f)  JREE: 1.5mL/min;
9)  HEFEMREE: 10pL;
h) FpEK: 210nm, #Hi%E: 4nm.

1.4.2 iR

S IR (5 1) TR AMRE Pl AR ARV ORRE SR U E &, 4%7.2. L4 L5 2 AT
1.5 HE

1.5.1 IMRETERE

FIFRAE TR AR (LD XFERETEE, THSE X

\
Xi =Ci><—><100% ............................................. (1)
m

Favae

Xi—FEd P B &, FE ot (%) Fox,

Ci— MFRHERN 2% D13 20 B AR, AL N2 2T (mg/mL);
V—FE i e SR (ERBEED, BAA=T (mL);
m—AE S ERE R, BANE T (mg).

1.5.2 HEBXMNHEE

ST ASAT I E B IB A T (2) #HTHXHZ (RD) HHE.

|X1- X|

RD="——
Xo

Ao

RD—AHIXMIZE, HEIE (%) Rox:

Xy 2 PR TAT S8 B AE ) 2 B A

X P Bt P AT 2 B A2 ) BT M M

1.5.3 SEERE

RIEGBI/T 4883—2008, %A (3) X6fyr (HSH) ~FA7IE Bl AT #hi A (Grubbs) A%k

EHI5 -

7.2.

AV AE

x;— ] BEAE ;

xo—FY1E s

s—6 A~ (BL5 AN Bl B 5 I e AR 22 5
G,—Grubbs 4115 .
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7.2.2.1 FRETLIEHhZ&SH)

T8 7.2.1.4.0 251400 M AR AR E AR, 10 HARIR w-TRZK 28 gAY, LG AR b
N RR, W EUAE RS AR bR, 22 g3 B Dl 0.002mg/mL~0.2mg/mL [RIR PERE (SR EE . g
e RO ER =) bR TR .
7.2.2.2 FrAETVERRZIE

K 90.01mg/mLAT0.2mg/mL I A i F BRvE AR I TRAE N W IRE i, ST bR e TAE #h 200,
FEAS WEIRE B B Hr107%, R TERE (A, HpheE. aEMCE =) Se-HEE ZFE AR L
B I F2ME S SD o BRRAGIG 56 0 B W IUAE &, WEIIRE 5K 45 SR AE P 3)(E43SD 2 8], bt TAE M2
s WAIRE S R 45 S S 2515 48SD, N BT bR vl TAE Hh 4R .

7.2.2.3 HmIEH

SPATRRIURE A 2 44520 10mg TR S0 E T (N IRAUE BRI FE L, NWPATARE: & 6
030, I 10mL RS, 7809k, B0 JE R I EIHWR 2000 T ImL AR, m A 2N 0.2mg/mL
ARV 100, F FH S 5 25 B 21, R %34 51 )5 H 0.22ppm A HL R TUSLIERL U, f#f LC-DAD (& LC-UV)
e FIARAESEI IR DL B AR R E R .

7.2.2.4 (LK
7.2.2.4.1 RIBGEENUEE
[[7.2.1.4.1,
7.2.2.4.2 #H
SrAIREL CF D FEEATR. R AR UE AR AR A SR BURIE &, 4%47.2.2.4.1%
TEEREST AT
7.2.2.5 HE
7.2.2.5.1 ZEHEHE
HIFRE TAEMZR R A (4) SEFER T E &, TTHEE X

\Y
Xi:kXCWX—Xloo% .......................................... (4)
m

A
Xi—FEmm A& &, HA D (%) For;
k— M bR Hh 28 B3 2010 B FRP0F0 bR IR FE L
Cw—WFRIKEE, HACNZRZTE (mg/mL);
V—HE I E R (SRR ED, BACNZTE (mb);
m—E S R, SRACAZ T (mg).

7.2.2.5.2 IHEMEMHEE

[[7.2.1.5.2,
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8 LERVIN
8.1 EMERTM

FHAESE RPN FEAR )20 R 2EATHE GL I E I, F il b H A 1 € i 0 R B A 1) 55 R P2 A0 114 2 1k
FIFRHE AR — B0 CREXIRZEAER 5% WD HIIREE T (BAOPXENE 1) SIKERE
K58 PEF AR AE AR — 2, HL 7 B b SRR 1 v AR E AR VA O B, AR i 22 AN 2
AIE R, A A BEEBC T, ) A s H AR

x4 BTFEEEMNSEARTRETEE

BFEEL >50% >20%~50% >10%~20% <10%

K S AR w2 0% 495% 430% +50%

FAPEZRPPO: FEAOR RIS Ing/mL 8 VE R ARAE AR — B tailhige, 2= B BOE TR,
YU TT S WA AL A i R R A Y H ARY) . LC-MS 237, K i FROY 1ng/mL.

8.2 TEELZRITMN UMRERAFRE)
8.2.1 BELERBEMM

AN PAT I e B 3 AT A A Z (RD) HEE, M4RD<10%HY, ##EH 24 “RD>10%H, 7FE
HEHRL .

8.2.2 REERKRE

X6ty (517) AT & 3k 71T Grubbs Pl S8 18 H) 5, Gi<Gn s B, BHEA R, Gi>Gn s B, NG
EiZBdE, B R BEABRIANEEE, BNARRKNETLR, 75EEFRK.
A R n=6 I, Ge 05, =1.822; 45E ¥ n=5 B}, Gs (95 =1.672.

8.2.3 ZELERIHEHE

L2 3 i & B E B P E AR S AR (IR AUE BA R AHhE B, LA 6 438 5 {3 FF i
RN E T IEE SRR

8.3 AELZRZTIR

RIS e, R AE RNRIA Y MRE A e R PP RO P RIS e =)
gy, AR CGREE. i, WA E=MEE) SEX X, X%,

8.4 MEAHEEMNITESRE
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1. 0 mg/mL JRPEPE (&
. i, YA

0.2 mg/mL - Z,

SE R

WP CREE. i
[ SN A L g

W55 M =) FRifE R AR )
o mL M) IRE
P RAR IR L
mg/mL
nL

I 2 100 1 0.002

I 10 100 1 0.01

[11 20 100 1 0.02

v 100 100 1 0.1

\Y 200 100 1 0.2
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Mis% B
(ERHEHR)
h 7 AR R

B.1 IR VEPE IR (v IR AL 2 1 B i it & WL B.1 AT B.2.

mAU
J210nm,4nm (1.00)

200

175%
150%
125%
100% ‘
75 ‘ ‘
50

4 ‘ ‘

25]

. P . N3
o7 T

_25]

——— T T T T T T T T T T T T T T T T T T T T T T
0.0 2.5 5.0 7.5 10.0 12.5 15.0 17.5 20.0 22.5 min

B.1 RAMRBEILE

x10 3 |+ESI MRM Frag=120.0V CID@36.0 (316.0 -> 182.0) zepam20..
2.411

0.5+

x10 2 |+ESI MRM Frag=120.0V CID@28.0 (316.0 -> 209.0) zepam20...
2.414

05 1 15 2 25 3 35 4 45 5 55
Counts vs. Acquisition Time (min)

ElB.2 REMHIETREGEE

B.2 SUREE VR (vl R IS AL 2 1 it (&1 L1 B.3 AT B.4.



70
60

50

30
20-]

104

GA/T >000c—>0xxx

mV
& MWEE A Ch1:210nm

/10,338

EB.3 SAFEREEGIEE

+ESI MRM Frag=110.0V CID@26.0 (300.1 -> 227.1) zepam20...
3.473

+ESI MRM Frag=110.0V CID@18.0 (300.1 -> 241.0) zepam20...
3.474

05 1 15 2 25 3 35 4 45 5 55
Counts vs. Acquisition Time (min)

B.4 SREHIEFHREEILE

B. 3 HLPUPE VRN (il AL 2 it B il & WL IET B.5 A1 B.6
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mV
FEWE8 A Ch1:210nm
20077

1754
1504
1254

1004

B.5 MiFEHiRIEGIELE

x10 3 |+ESI MRM Frag=125.0V CID@28.0 (285.1 -> 154.0) zepam20..
6. 3.741

44
2

x10 3 |+ESI MRM Frag=125.0V CID@36.0 (285.1 -> 193.1) zepam20...

25 3.742

5
2.5+

05 1 15 2 25 3 35 4 45 5 55
Counts vs. Acquisition Time (min)

B.6 MAMHIEETFREBILE

B.4 WM BV il BEINRRAE B 1o B i I DL B.7 AT B8,
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mV
#E M A Ch1:210nm

19.370

175]

XA

151}f
12&?
10&f
75
50

25

e LA T R S S ey R L L e B B B B B B e e e L O Ry B S ey B
0.0 2.5 5.0 7.5 10.0 12.5 15.0 17.5 20.0 22.5 min

B.7 ¥EMESHKIEGILE

x10 3 |+ESI MRM Frag=125.0V CID@40.0 (295.1 -> 205.0) zepam20...
3] 2.830

24

x10 3 |+ESI MRM Frag=125.0V CID@27.0 (295.1 -> 267.0) zepam20...
4,
2.832

05 1 15 2 25 3 35 4 45 5 55
Counts vs. Acquisition Time (min)

B.8 XRAIMCHIEETHRERIEE

B.5 MG VUM il PIANAFAE 2 bt B il & WL I&T B.9 A1 B.10.
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WEML322
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1004
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%] B.9 =MC RERILE
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2.929

x10 3 |+ESI MRM Frag=150.0V CID@30.0 (343.0 -> 315.0) zepam20...
2.931
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Counts vs. Acquisition Time (min)
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