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FEME fUsmRPEREE REEMREEIE-RIEE

1 SeE

AARHERE 1V RERL - U A RS e AR AR TS BESERR. I RIT B i
Jiiil (LC-MS) gAY T AN HEFIBUH (il (LC) EBARI T

AbR e TR RE R AR i WA AR R BESERR IR T VT SE 1k 23 S ) s
BT,

2 HEMSIRAXH

NSRS T A SR N FH 2 AN ] A 1o FLAZ R H AR 51 SO, O0E B BRI AR AR E F T A SCF
JURAE H B 5 SO, HsofhiAs CEERFTA B SR & T A0

GB/T 4883—2008 4 M 4e v AbBEFIMARRE  IEZSAE A B HEAE 1 2 B Al Ah 2

GB/T 6682 43 #3156 % FH K A RIS Ty vk

JF 1059—2012 I EAHE FEFE 5RoR

GAIT 122 B ir &R

3 ARNIBEBFENX
GAIT 122 F5E BIARTE R 2 SG&E H T A0
4 [RiE

XF BEAARE A i TP I L WAL A LTRSS IR TV THEAT SREN . SRR - i 1 AR
AR BN I8 5T DA AL 25 B4 P VAN = P B s PPN Aot s R PV il Aar N, Y s e £
BEATE R T

5 snFnmR

5.1 15

S K RiFF & GB/T 6682 HHHE I — 27K . BRAESA UL, 240 s I iGn 3 h a4, i
FILHE:

DRV

b) HIEE;

c)  HIR;

d) R AR Al

e)  PEbEhEERN: I3 ol

) WY &R



GA/T >000c—>0xxx

9 ARAER:
D PRV 1.0mg/mLngmE, AIRER, AR IR BESERR. RS ATVT SR RO AR AE YTV
2) ARfE AR ARSI 7 3R 4 AT =28
——EPEFARME AR 0 BIREL.omg/mL e, AT ARl AE L. BESERR. AREIYT
LR A IE R, PR, FH S Ing/mLpg e, FIARE L SRR, B
SEHR . S ATYT AR TAEV I . FLARMREE 2t FIARHE TR, $% 9050 75 >R H11.0mg/mL
IR 40 I 5 Y o 5
—— AR FARHE TARA T A 1.0me/mL IS MERRIEY) R AT, F R Rk, e
0.2mg/mL. 0.05mg/mL. 0.02mg/mL- 0.005mg/mL. 0.002mg/mL )" HEFR#E T AE I
—— W hRiE FARHE AR : AR 5 H%500mg, A H I e 25 250mL s s, Fiii 5210.0
mo/mLZ A0 N AR 25 R CE TUKFE T ARAE, A RAN1240 D o A8 I R RE
P i) 0. 2ma/mL I Z 2 A . AR B i TR 45 05152 I A R AL,
# HURH AR 1) 1.0mg/mL S MERR A B . 0.2mg/mL A A% B K 22 I mL & &
FHF B € 5 20 B, T ) i E YR B2 43 1) 29 0.2mg/mL . 0.05mg/mL. 0.02mg/mL .
0.005mg/mL- 0.002mg/mL [ 15 MERR 1 T AE 7 -

52 #M#
MR -

a) E%%‘D%;
b)  AHILIERL: 0.22pm.

6 UL EF

ASCHS IR AL HE -

) WAHEIE (LC) « FiA —MREFES] (DAD) BUEAMEIIE (UV)
b) A EIE-IE (LC-MS) « FLHMES B FIR. — 5 DURRAT = A 48
¢ MR 4rfE{Ed: 0.01mg;

d) Bl

&) INIENRY s

) EAHEL;

9 EEAETHTRAG

h)  10mLAIImMLEE R a8 B AL R 5

i) 10mLIE DI RS AS -

7 BFEE
7.1 EMSH

7.1.1 I

FREUFE i 20 10mg T B a5 B0 8 1, IIAN10mLHEE, % HIFHR% 10min, 6000r/min.>5min, &L
JE B & RIERRRRE, H0.22um A WL R ALIEBLE, FHLC-MS/r#T .
A FHLC-MS 73 #T 5 14 F A it AR V0T i = 45«
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7.1.2 {NEEHM
7.1.2.1 BRHEGIE-FRIEEYE

PAF RS %A%, nIARAE A [R] it RRASCES AN (R i 5 SIE B sl DL adE AT 1 8 .

a) i poroshell 120 Cis  (3.0mmx50mm,2.7pum) B HARSE R ;

7¥: poroshell 120 Cis ¥y Agilent A&7~ ST & FK, 48 HUX— (5 RN T B AR dE AR, HARER
X% S AT o SR A S 0 S R AR RO, AT A A X e S5 2007 i

b WAIAH: A: 0.2%FERVER, B: W

c)  BEERT: WA 1

*1 BERRERF

IS (7]
A B

min

0 75% 25%
3.5 67% 33%

6 65% 35%
6.01 5% 95%
6.5 5% 95%

d)  JiiE: 0.3mL/min;

e) BFIE: HEBIEETE,

) A EE T

9 BHEHE: 4000V;

h)  FJ%~: 10 L/min;

D FEARIRE: 350C;

P FA: 25psi;

k)  JEACFREFTE] CPERED: 3.5min;

D JEAEERE: 0.4mL/min;

m)  EEE, Al L RS AV X A Fragmentor FLE . fiffE BEE (CE) . W3 2.

*® 2 BUESEFEM

) 7 Ly B
A BT FET Fragmentor FiJ& filf 48 g
Vv eV
201.0 30
ng e 286.1 130
165.0 42
EIEGHES| 300.2 120
215.0 3
58.1 18
B | 312.2 85
266.0 18
BT, 340.1 130
324.1 29
: 220.1 25
ARIYT 414.1 120
353.1 25
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7.1.2.2 i
SR (D FEEETR . et A AR AR R BURE &, #%7.1.2. 1530 FE 43 BT

7.1.3 1BF
3 AE SRR AEYD R FNRE S B AR R R R e R RS L

7.2 EESH

7.2.1 SMRE
7.2.1.1 FRETLIERhZ&SH)

B 1087.2. 1.4 15500 70 W AR bR TARVRG  DAARHE TARE BT H AR A ME v A b, H
PRV BE A ALK, 2o G2 M B 290.002mg/m L~ 0.2mg/mL ) e EFr vk A i 25

7.2.1.2  frETERL I

R FH EE 240.005mg/mLAN0. 2mg/mL A FR E A WA O MEDUAE i, R SZARAE TAR IR, R
DUAE it %% 23 A 109K, TSRS R AR )1 X S bt 22 (SD) o BRKSI6 A S 70 M7 B DUAE ot 0
B S5 RAET- BIMEABSDZ ], bk TAE A2k MEIIURE ol 10 45 FE 11T {E£3SD, W EH 2l bR
HETAFHIZE

7.2.1.3 #HHEER

SEATFREURE 240 % 2010mg T H 535 2.0 8 b (IR 324 45 BT E B, WSFATFRERE fh 610 )
IONIOMLFFEE, 254 JF4%3% 10min, 6000r/mini.Co5min, &0 g B E & BIE AR, H0.22pmia
WAL E T €, HELC-DADBLC-UV i, AJ AR HE S8 1% i A B4 R s B

7.2.1.4 (LB
7.2.1.4.1 RABIENEYE

PLN RS HE %A, BRI RIS AR il B 2 DLE 5B, Al AR A [ 5 R S AN AN [R R i 55
SRR LA T 1

a) Foillgs: AR RSB AT AR A SR A MRS I 2 5

b) it ODS, (150mmx4.6mm,5um);

¢) HEf: 30°C;

d) EFRHAG . FREL6.8gME R — S AN0.51g e RN, HIKER TILA &Y, FiHlH0.05M
TR — Z #H F10.0025M BRGERs FRAA B 0l R), B8], AR iR ug, A IEAGE S,
RIATAEH s

e) VENHH: A: BEEXHAA], B: 4ff;

£) BEEREF: R 3;
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*3 HERRERF

F (8]
A B
min
0 90% 10%
12 70% 30%
15 30% 70%
17 30% 70%

g) Jiti#: 1.0mL/min;
h) Fillyet: 220nm, #9%: 4nm.

7.2.1.4.2 i

G IR (2% D FRREAR S AMRE R ARV HORRE SR BUROE &, 4%7.2. 14 LA FRERE 23 HT
7.2.1.5 HE
7.2.1.5.1 FEUE

MARHE TAE - ZEAT A0 (1D MR TER, HHSE X.
X

1]
e
X

A
X—remP RS, a2 (%) For;
C— M FriE i 2 EAS BN HARIIKREE, v 2w fE2 Tt (mg/mL);
V—HERIE R CERBAEED, BAONZTH (mL);
m—FE B R, HAAZ T (mg).

7.2.1.5.2 HEMEEHE

XFPIAPAT I E B A X (2) BATAHXAHZ (RDD 115

v

RD—AHNTAHZE, HE L (%) FRox;

X1~ X PIANFE S PAT 5 B E 1 7 B U
xo— PR FAT E I S I

7.2.1.5.3 REEHKE

HRYEGB/T 4883—2008, FzMEAI (3) X6y (BG4 “FATIE SR HTH P A ST (Grubbs) A%
RIS
_ |Xi - Xo|

Gim e (3)
S
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e

x;— P BEAHE s

xo—F¥IMH:

s—6 A (EE5 AN Hdfa i 5 R E b 22 5
G;—Grubbs Giit &,

7.2.2 A¥RE
7.2.2.1 FRETLIEHhZ&SH)

BT, 2.1.4. R P PO PR FTRRE TR, 23 EBROP RV RN TITRY, LRI EL (oo
Seb, HOELLEAHRARER, £ IR 90.002mg/mL~O.2mgimL i T fF 2k
7.2.2.2 FRETfFi

SR Y 490,005 mg/mL IO, 2mgimL ) P b e AL A L B, RS T
4y, AEUEBRE B AP HTI0, TS S R AR L P SD . AR KRS 06 HT
TR, YRS 045 FAE T 3SD2 I, BRME TAEMER AT 4 MR B 45 BB H1 T 38D,
RETHT IBRE TR 25

7.2.2.3 MHREHE

SPATAREURE S 2 402540 10mg T B i &0 b (Rt e &4 RAHERE, WPATFRERES 6
3, N 10mL FEE, 78045 %, &0 Ja B EL LIS 200uL T ImL 25850, M2 80 I 0.2mg/mL
WFRIE 100pL, FFFESE R ZZIEE, IR%H51E T 0.22um A HLRMALIERE S E, ft LC-DAD 5} LC-UV
SIAT o R MR SO0 I L R R S PR R
7.2.2.4 (LM
7.2.2. 4.1 RHEBENEYE

[7.2.1.4.1.
7.2.2.4.2 #E

SR I (A R . AR AR AR RAIMA AR RE IR BORIE &, $%7.2.1.4.1%
RS AT o
7.2.2.5 itE
7.2.2.5.1 &2itE

T HE TR A AR (4) SRR T EE, HESE X.

\Y
XiZKXCWX—X].OO% ....................................... (4)
m

FAVEER

X—FEmF A &R, HAas (%) Fon;

k— MRt 26 EA5 2 00 B ARPIRI A AR IR EE L
Cw—WIRIKEE, BACNZRZEH (mg/mL);

V —FEm i E R (SMREED, BACNZTE (mL);
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m—RER I ECRE R, BAAEE S (mg).
7.2.2.5.2 HEXMHEETE
[[7.2.1.5.2,
7.2.2.5.3 REERR

[77.2.1.5.3.
8 LZRIFHM

8.1 TEMERITM

FEPEZE VTN . FEAR R 26 B AT RE SR I I, B S B An 4 ) €0 i 06 £ 57 I 1] 5 9% P2 00 1) 5
FARRAE TAER R — 3 (HIXHRZEAER5%2 N) « BisEEE 7 (B0 et ) SikERER
() 5 T AR ARV — 20 HLB =5 FE L 59 B 0 1) 5 1 A e ARV L, A = A R
ARGEVEE, ZSAMEABC T, WA AW S PR B AR .

®4 BT FEELEHNRARHRETE

BTEEL >50% >20%~50% >10%~20% <10%

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

FAPEZ PR FEAOR LS Ing/mL & VEFARAE TAR I — B i, 2 HEEEBOE TR,
YT S W AS A AR i R R A Y H ARY) . LC-MS 23087, KRV Ing/mL.

8.2 TEELZRITMN UMRERAFRE)
8.2.1 BEZEREBMM

AN PAT I e B 3 AT A A ZE  (RD) H5E, M4RD<10%HY, 4 A 2 “RD>10%H, 5%
EHRL .

8.2.2 REERKRE

6ty (54 AT E B HE4T Grubbs il BEAE H A, Gi<Gn o5y » BHEH R, Gi>Gn o5 I, NG
ZEdE, EHGESBRAANEEE, SIARN E TR, 7 E S .
058 R E n=6 5}, G 95, =1.822; 4 5E REL n=5 I, Gs 95 =1.672.

8.2.3 BRELRITE

L2 b i & B E B P E AR S A R (IR AUE BA R AHE B, LA 6 438 5 {3 FF i
RN E RCTIEE SRR

8.3 ABLHRKE

SERATINTERUE, I AE R RISy MRE S A ke 7y, H b g B XX X %,
8.4 MEFMHEEMWITLESKRIER

ARG E A E R, I5E S5 R B E FEPEE 5 RIBHZIIF 1059.1—201 2K HLE AT -



Misk A

(FRMERR)
MR E BIEAER R F1RFEH

WERTZ AR TAR A U s iR S Mo LR AL,

TA 1 AREEENER R FRIFESRERER
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1.0mg/mL " kAR v 0.2mg/mL HIE 5
i o . TE A e R S5
WRPE 253 W AR AR SN A
mL mg/mL
HL ML
I 2 100 1 0.002
I 5 100 1 0.005
il 20 100 1 0.02
\Y 50 100 1 0.05
\% 200 100 1 0.2
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Mis% B
(ERHEHTR)
R ExXIEE

MyE, ATRREE L BESREER. R LSER . IS EIYT AVROR il BRI B i e i I UL IET B.1~ K B.6

mV
175F&MEE A Ch1:220nm
] e
150 T I
] = f
1257
] =
100] ; I—7
] TeR o
| 2 g
754 =1
] &
50
254
0
7‘ T T T T T [ | T T T T T |7 T T |7 T T T T T |7 T T |7 T T | [ T |7 T T T |
0.0 25 5.0 75 10.0 12.5 15.0 17.5 20.0 225 25.0 275  min

EB.1 MM, AR, 2RE. FEE. BACTHRERIEE

x10 2 |+ESI MRM Frag=130.0V CID@42.0 (286.1 -> 165.0) Opiums-1...

1.25 0.8§71
14
0.75
0.5

x10 2 |+ESI MRM Frag=130.0V CID@30.0 (286.1 -> 201.0) Opiums-1...
T T 7 T T T

0.870
1.25+
1
0.75+
0.5+
T T T T T T
0.5 1 1.5 2 25 3 3.5 4 45 5 55 6

Counts vs. Acquisition Time (min)

B.2 MHE4FIERSTERERIEE

x10 1 |+ESI MRM Frag=120.0V CID@42.0 (300.2 -> 165.0) Opiums-1...

8 1.182
64
4

x10 1 |+ESI MRM Frag=120.0V CID@32.0 (300.2 -> 215.0) Opiums-1...

1.180
64
44

05 1 15 2 25 3 35 4 45 5 55 6
Counts vs. Acquisition Time (min)

EB.3 AfFEIMFHERTRERIEE



x10 3 |+ESI MRM Frag=85.0V CID@18.0 (312.2 -> 58.1) Opiums-100...
3.075
1,
0.5+
0,
x10 2 |+ESI MRM Frag=85.0V CID@18.0 (312.2 -> 266.0) Opiums-10...
14 3.077
0.54
05 1 15 2 25 3 35 4 45 5 55 6
Counts vs. Acquisition Time (min)
B.4 HFEREMFHEEFRERIEE
x10 3 |+ESI MRM Frag=130.0V CID@29.0 (340.1 -> 202.1) Opiums-1...
5.208
1,
0.5
0
x10 2 |+ESI MRM Frag=130.0V CID@29.0 (340.1 -> 324.1) Opiums-1...
5.208
5,
0,
T T T T T T T T T T T T
0.5 1 156 2 25 3 35 4 45 5 55 6
Counts vs. Acquisition Time (min)
B.5 ERWHFHIBRTREGIEE
x10 3 |+ESI MRM Frag=120.0V CID@25.0 (414.1 -> 220.1) Opiums-1...

0

x10 2 |+ESI MRM Frag=120.0V CID@25.0 (414.1 -> 353.1) Opiums-1...
4 5.166
2,
0-

5.163

05 1 15 2 25 3 35 4 45 5 55 6
Counts vs. Acquisition Time (min)

ElB.6 AETHMFHERTRERIEE
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