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RUSRPREXNRHSHEE.SX
BHBEMSHAE-RIERETZ

1 EHE

RIREHE T FEFEWE K SMHAE-RIE(GCMS) g 4 1 IS 615 (GO  H Bl AHE &%

(HPLO) @ &4Hi .
AEEERTEMROGEAESPRFERNENEEEREREERE.

2 MEHSIAXH

THISCHE FACER N AR BT 8. FLEE B SR 5, UE H AN RAE R TAEX
. LEREBMG A, EEHIRAE (GRETENESRE R TR,

GA/T 122 #YHT&EARE

JIF 1059.1—2012 WMEAREEFESERS

3 REFEX
GA/T 122 REfIREME XER TR .
4 K

EFERARGEBRIMIE#ITREESN . MEUEMEEESPH P EREREATEILENE
B, S AE B3-S (GC-MS) # 7 E 44, A S H G- K18 E T4/ 3l 28 (GC-FID) 5 /i 3%
WA 3 (HPLC) Xt I B 26 T B HEAT B B2 '

5 RARGEME.NBRERR

5.1 KARFEDR
5.1.1 GC.GC-MS #iTARARRENR

B R 2 Sk 4 dr i, 40 i R R RARE D R AL 4

a) HE;

b) TWHBEREDE  PEENE;

o SMREER 1.0 mg/mL B EEZETT AR YERE & W - PR B B3R N R AR HE ) IR IR 48 An HE W R 4
BEMLRHKREFSET 50.0 mg MHEERE) A 50 mL FEMF,MA 20 mL FEREREGHE
B AP ERBEEZE RH M 1.0 mg/mL FERFEIRER SR, BKHERERE, R
BFEH 6 A~ H

d SMrEEMO0.1 mg/mL FEEFRKRE TR BR 1.0 mg/mL BFEREWNEITER SR

5 mLINAE] 50 mL ZEMH, AFEFRBEEZE, EH R 0.1 mg/mL FEFEWBEIRETLE
1



GB/T 29636—2013

5. 1.

e)

D
g)

h)

B, B VKA @ AR R E N 3 A 5

SMRE R 0.01 mg/mL FEFEFREIRE T/ER - BMW 0. 1 mg/mL FEKF IR E TR
1 mLimAR 10 mL ZEMD, AFERBEZZE, BHK 0. 01 mg/mL HFEFEFHEIFETIE
W, BREDRBRE, RENEN 1A

PARY : IE+ 525

AR - FREUIE + 8 GRIBARMEY) B4l E S B /5 % F 100. 0 mg MYIE+%58), LA 100 mL
FEBRTP MAL 20 mL PR, REBEEHEGER. B 5 nin, HPBRESZAE, BHR
1. 0 mg/mLIE+ 5 ARGE 45 1 (B TRk H % H R RERT LY 12 4~ A , 6 et F B B
B2 0.1 mg/mL, ARYIEBNE TIKE R BEE . FANREREZBEFTEMH . RF
R 241A;

MR LRI E L/EM L AR E TR - R P EEN R EY R REBREY R E M
BBEGET 25.0 mg WHEEFE A 50 mL AP, MA 0.1 mg/mL E+HEER
20 mL, RGHEM/EH 0.1 mg/mL EEHEHFBRBBEEZE, I H MR 0. 5 mg/mL HFEXKFEIR
HER W, HR KA 0.1 meg/mL E+HRFEHBER 0. 2 mg/mL.0. 1 mg/mL.0. 05 mg/mL,
0.01 mg/mL¥HE,

2 HPLCHHARXARIFEDR
B AR 3 A5 4, SE 8 /K b & ik, a4 RN R Y R .

a)
b)
c)
D
e)

D

g)

h)

D

»

k)

HE,

-

KEBR_E4H.

W

BRRGZ MW (0. 3 mol/L,pH=23) . FRBUK & BEER — S HE Kk 93. 6 g, fIA 200 mL B4k
B ER 2 ol, RBE O oL, BRERFRHBABZRMALRAERREBAY
NaH,PO, E# K pH = 3.0(40. 2) (ZyhM A 8 mL~9 mL),f A 2 000 mL WAEE+, MA
BHAKHREAE B, SEEHE, e A,

WARY : B Jtk .

AR IE VR B FREUE B R 51. 03 mg, A 500 mL WA B S, il A BB (A% 4D B3
ZIE, RBBREARH B 5 min, BLHIER 0. 1 mg/mL WERIEB . PIVR I DA B vk A8
PR, EARTRE R EEREFIEA . RERNBN 21A.

AT R AR R R

2.7 mg/mL PEFNEIREBER -FRERPEEFNERESBRY 3.6 mg, A 10 mL §
BERT . MARARERREINZE, REZHAER, B 5 min, HBLERERE. K&
IR R, W B, FRERE TR BRAE . FAMREREZSREFAIEH. BEH
Bk 2MNH. _
2.2 mg/mL PEEFNEATERR - BUPEETNERER 2.7 mg/mL MIFERBK 4 mL, A
S mLWEEMP , MARGGERBERIAZE, REZHAEF, B Smin, HBELHFERE,.K
HHEREERE, W LS FREXKFAREPRE FHTREREEBEFTER. BF
RN 24 A.

1. 24 mg/mL B EEIRPREARYERS W - BUR RN N 2. 7 mg/mL MRS 2. 3 mL, X
A5 mL WEEBMRT MARREBRBBEIZE  REZFAEE, B 5 min, HELEH
8, RE BERAIRE, M LR, FRAKA TR BRAE FATRE R EEREFTHEA.
BAFntER 2 4~ A,
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0.46 mg/mL B BT ERR - BUR BEWNEEEN 2.7 mg/mL WIREREK 0. 85 mL,
BAS mL WABRT . MARGERBRAZE, REZFRAEM, EF 5 min, FRLFK
185, RE BB 0 LA, R TR oK A R e SR (B RTIU B = B 5 W A .
REmEA24H.

m) 0.06 mg/mL FIEFFNEARERERE: MPEFNEIKEN 0. 46 mg/mL #1747 B

n)

0.65 mL, A 5 mL WA . MAAGBEBRFERIAZE, REZHRER, B 5 min,
BB REUE, RE HE AR, I EARE FEBUE KA R AR, R BUE B R
JRHEER. REREN 2AA.

0.006 mg/mL F EIA P REARHER 1 - BUFF BRI W 0. 06 mg/mL MARAEH K 1 mL, K
A 10 mL BAERRT , MANGERFEBEIZE, REZHEFH, B 5 min, HEZEK
1B, RE M E B E U RS, AR kA e R, AT B R E R R T @A .
RAEmED 24H.

5.2 UHEERE

5.2.1

GC.GC-MS AR RERE

GC.GC-MS i SR B A AR

a)
b)
c)
d)
e)
D
g)

5.2.2

SH GBI BLH X EE TR (FID) ;
SHBIE-FHERAN AR FRGEED;
BEE L, EKFEHE 8 000 r/min;

B R¥, LB EE d=0.01 mg;

B IRY 25

10 mL 1 1 mL BB BFHBWE;

10 mL #i O B# 2% .

HPLC ST ANBERESRE

HPLC 43 #7 R A8 R B4 RA4E

a)
b)
c)
d)

WA IS, BA R BB RIEE;
BFRF, LR EE d=0.01 mg;
2 000 mL 58 ;

I mLBBEBHBRE.

6 EMSH

6.1 Hmil&

FEGR TS BFEEIR ST, #RELZY 10 mg, A 10 mL 8, FEH H Y 10 min, B.OJH EF K, H GC-
MS . WREGEBRPERDERELMR, TE L MESFEER 2 £~10 5. FHtH GC-MS 4
#7 0.002 mg/mL W EXREIREE BTG EEER.

6.2 SHEBE-REKANSERH
AT AS % &0, TAREA MBS R A R AR B L BR B L AT R

a)
b)

%%ﬁ:EI;
JFEFHE 40 amu~500 amu;
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o) REFN: 2 (Scan);

d) EEERR.DB-5 MS AR BB GYUFERE95% 5 — B B R A 5w ) SRl 2Rk ;
e) fAiEZ2%.30 mX0.25 mmXO0. 25 pms;

5 AIERE ABIEE 60 C,L 15 C/min FHEZE 280 C, 4% 15 min;
g) HRORE:280 C;

h) fEEKREE 250 C;

D BTREE:230 C;

P 20 1;

k) BR:-HHARAK(He);

D HHEBEGER):1.0 mL/min;

m) fEHBBEE -SHEREERR;

n) HHYIF :3 min,

7.1 SHEGEMRE
7.1.1 SELETASNR

B A B 7 T EX R P R B RN & B AT, DU B0 < B 447 ot BT AR & TR
BRE, TR UEYEG € B AR S 8 VR B AR o0 B0 B 40 ok BE RS T B 8 30 O 6 PRI A v PR MO EE .

WEA 10 mg RHEETHRAE T, WA 10 mL FERGEHER, B.0F R LH W, A GCFID
%7, R 0.1 mg/mL WRAERRNEIRETEBIENERESH.

IMRABERERTERCSYHERESS, TEYRIBAFERER, OB REBRAPERRE
HATSH .

WMRFERERT BAR LSRR T R, TELSMERRERE, AR ERBET . EFF

ZXDOHERGTHTAIREE.

e Co XAX VL X (Vy +V5)

A T
Ay XV, Xm

X 100% B LI RTOTTTRSPPITREPPITY G D

itq:l:

w——HATREENEN &R, %

Co—hRHETAER T HEENE N E, B N ZERBE (mg/mL);
A —HE P VR R B TR TN e B 2 1 0 T AR

Vi— BB RPIRE FR R, B0 2T (mL)

Vi—H V. B MA R BERER, BN ZF (ml);
A—IRETFRT R EER RN A TS mHRE;

Vi— A V. PBEEREREB, B AR ZT (mb);

m— R TUENHANFRERE, AU AZR (ng).

7.1.2 EBTEE
7.1.2.1 HEBREMNITE

REFMFTTFREERNESENEZSR AR CENEA AR BRAR R EIRESRERE
ZRERA D HERXOHEHRGHRERERM.

4
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:CO X':U,X D X 100 tesecssticnaiicarssencecscenns( 2 )

Eiv

V —%&Eﬁﬁi'ﬂ,ﬁﬁuﬁ%ﬂ(mm
w —ﬁﬁ*ﬂa%ﬁfﬁ@ﬂﬁﬁﬁﬁ@%, Yoo

7.1.2.2 H&RRW

BE 7.1 2. 1B R, FATRBEES 6 4, RE\EFT TS BEHEE, I AM PR E BRIy H B,
BHIRYG 10 min; MREZBERERE . BRI L ERERBES —RAE P, RBHBEEEHT
REREA . BLER B GC-FID 447, HEERB/ESEEESILHFE ATE A1,

7.1.2.3 SHeENSEEYE

UTASEZN HBAERFREGHSACEES KR B R E B. 1, TR IEAR R & B A FH
ML RE AT IR

a)
b)
c)
d

e)
D
g)
h)
D
b))
k)
D

m)

Kyl 2% . FID;

BIEERS . DB-5 AR BV IEE 950 R E L) S SRk
B3 AES 330 mX0. 25 mmX0. 25 pm;

LB R W IREE 80 °C,LL 10 °C/min FHRZE 200 C,EL 40 °C/min FHRZE 280 C,f£#
3 min;

HEE OB 280 C;

R0 2818 - 300 °C;

BR HARLIN);

AW :20: 1;

BERZEVER) :1 mL/min;

MR H,

RS ?Ef)(%%%mﬁ

BIRR - EKs

BN S R SR BAE.

7.1.2.4 &EitE
BEXDOHEESTPEERENSE.
7.2 SHeENERE

7.2.1

7.2. 1.1

PR TR 2R 48 I B IS

RETIEHRAH

*F 0.5 mg/mL.0. 2 mg/mL.0. 1 mg/mL,0. 05 mg/mL.0. 01 mg/mL % 5 Mk ELH BB T
B4 0.01 mg/mL~0.5 mg/mL WA EREIRETEME. brEL/ELR R RSB E
MEHLH .
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7.2.1.2 HRETEHZRER

KA 5. 1. 1) ¥ BESY 0. 05 mg/mL 1 0. 5 mg/mL BIARYEY) I BAE N ME WA &, B iR TAE
MR, A IS E ST L0 R ERERRNE S EH g R EN FERIFERE (SD).
Y K AT o AT S TR o o M T AR B 45 SR T P S - 3SD 2 i, AR o AR Ml R A %8 B, L
FemrE LML,

7.2.2 AEEE
7.2.2.1 $REURE

FATRIEE & 2 142 30 mg, A 0.1 mg/mL V%Tiﬁiﬁ 60 mL,3e 5k » B0 J5 A GC-FID 4
MroRA 7.2, 1.1 FItRELE s R T E BIFE .
WA E R Bk BERT 0. 01 mg/mL B, & X3 B AR B R & 2 f5~10 £5.

7.2.2.2 SHEEUSEEH
F7.1.2.3,
7.2.2.3 EEItE
B 7.2. L1 MiRE LM RS E.
7.3 WHEGENERE
7.3.1 fMETIEHELSHEEN
7.3.1.1 BRETEHZRLH

¥ H 0.06 mg/mL.0. 46 mg/mL.1.24 mg/mL.2.2 mg/mL.2.7 mg/mL &5 PREFLH RWESL
LT EE 0. 06 mg/mL~2.7 mg/mL MiRMET/EMZ . IR TIEMERNENFHERNELRTE
.

7.3.1.2 RAEILEHSKEN

A 5. 1. 20 % 2.7 mg/mL BIAREY FREEIA 5. 1. 2m) # 0. 06 mg/mL FIFREY RIS BAE R I
PR, SRR B AT TR . 2 AT RE A R 55 L 7E +2SD Z [, W TAE R A% .

7.3.2 EEHSW
7.3.2.1 REUERME

PREUEEZ 2 4, B4 2. 3 mg~2.7 mg, 5 HIBA B Sh#ERE /MR T, BB MA 1 mL EKJV»WT?@
W, Pt EREATEO IR IR R B SR/ #?&ﬁ@.ﬁaﬁb{%ﬁ

7.3.2.2 ZHEBEMNSEEYE

AT A H &0, AR R & BAGE R R A & % SERR R DU #EAT 2 .
a) Kedl#R: —RERES;

b) @iEESE.5 ym ODS,250 mmX4.6 mm;

o) .35 C;

)  FEAER 5.0 pL;



GB/T 29636—2013

e) Ui ZMPI ¢ ZHEB7 2 13);
) #HiE:l.0 mL/min;
g MK 250 nm, WK AN 4 nm, S P KH 400 nm, S HH# 5K 100 nm,

7.3.2.3 &RitE
B 7.3.1. 1 MARE TR ITBEREASE.

8 HRITH

8.1 REHELEFRITH

8.1.1 GC-MSZ#7 0. 002 mg/mL HEEIRTR AR AEN W, Mo T 1) B BESR VU m/ 258 R 85 T 0, RE %
WeBE 10 mg/mL, SR H KN RE m/ 258 BRAER F ik, AL R TR, RBRERERN HRPEK
R B RS

8. 1.2 LA i A5 ER RSB R R E N8, BRI R EF R S FEER
BEARHEY) IR — B B B B AR B F ./ 258 (B ) v m/ 291 m/ 2134 .m/ 2148, B 2L 38 TR B9 iR %
XA B 2), HESRATE. BRERZRN R TR PEERERSS .

8.2 EELRTEM
8.2.1 SHEBEIMEE
8.2.1.1 REHRE

R4 Grubbs 78, KX (3% 6 43 (I 5 1) P47 W B BB HAT T RREH B, MR G.<Goosr » B
AR B MRS BRI B - H R BB BIER 1 MR, BRIA RN E XN, REEF RS .

G; :lxi—?xo-l_ BN G- D
KA
x; ﬂﬁfﬁ,
VS
s 6 A~(E 5 MBI BRI E A EZ .

LI E R n=6 B, Gocos, = 1. 822; 4T F KB n=5 B}, Goes, =1. 672,
8.2.1.2 ZEHFIHE

L6 @RS HERTEMNENFHEEISEER.
8.2.2 SHEEBEARERZE
8.2.2.1 ZEHXREBHHK

R FATIEHAR RN (O FETHXM A2 (RD) HHE,RD F@EM 104, ZEEH EM, MEH
B,

IX1:X2|

b X 100% B XTI ST TRPPRYRY G

RD=

Rfr
RD —*Hjﬁ*ﬁﬁ’%,
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X X, — MGG ERNEHN & BEE:
X —FMREA L TERNESBHFHE.
8.2.2.2 ARBHZRUHE
ARG G4 Rl E & B P HEEA S EER.
8.2.3 WMAEBEARE
8.2.3.1 RELZRAJH
[ 8.2.2.1,
8.2.3.2 HEBHERIVE
] 8.2.2.2,
8.3 RFELHRRR

FERBRZRE BEERMERN N : ALK R P EENERS, B EERESEY
XX. X%, :

8.4 WERFMEEMTESRR
7% 4 G B B WU 46 R R W E B S R A TTF 1059, 1—2012 MER.
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M xR A
(B RER R
SMREBFEMRBRIBRESHIERER

SiinEBIERMIRBERIES S ERE A. 1.
RA SIREREERERRESHERER

watia’/ % VIV E FHH/mL R WHER B/ (mg/mL)
50~100 20 21 0.1
30~50 20 11 0.1
10~30 10 11 0.1
5~10 30 — 0.1
2~5 20 — 0.1
1~2 10 — 0.1
0.1~1 10 — 0.01
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