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1 SEE

AFARRVERLE T B b AT RS FAR A L 52 B T (00 VRUAH €003 - e BB S A 6 7 2%
AFARRTEE T8 b Al R AR o WY B 52 B 7 1R P S B a0 pT o

2 MEMsSIAXH

A SRS T A AR AN A AT SR E H AR 51 Sk, AU H R A IE T
ARG . FLeAEH 5 A, R CEIETE MBS & AR ARMTE.

GB/T 6682 43 HT L5 % H /K MRS A1 356 77 7%

GA/T 122 FW i Z 1A ARG
3 ARIBMEX

GA/T 122 R 58 BIARAEFE SUdE T AT ARG .
4 J=IE

RV, FIANUEFPE ] 4 DR R HAR U 2K B 52 B 7 B A A b R 4 H L 2B FOAE 5 A
TRORH B - £ B R i v 0 22 S B I (MRMD A AT RGN, 285 AT B A A ] = DRIRI R B 22 R 3 5
HE S B, DAAR B ) [R) RO 5 B B /738 X AT e o b DA B3 eI TR AR EE . SR AR
HEEENE .

5 k5 EEFNAR

51 X5

5.1.1 HEE: HPLC %.
5.1.2 Zghk: tikai.
5.1.3 Hg: g4l
51.4 P,

51.5 “&Hk,
51.6

20mmol/L ZFREZ AT 0.1% F BRZE i : 4 MIFKEN 1.54g LIRE AN 1.84g FIRE T 1000mL 75 &l
L, KERZBZIFE, pHAELA 4.

5.1.7 AIREXHE &

5.1.8 IR HIE 32 RR T 0 R o

5.1.9  WARN AT = [l -ds FR FEBE 52 ¢ 7 -ds B A& 18 1) AR o
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5.1.10 ][RR HH I 52 B~ 0F TR A s A VB A1)« 0 315 8 R BBl = PRI R 46 FY I 52 B~ of L ity 2538
B, MWEERCK Img/mL FIbRAERE &0, BT UKRE R R ORAE, DRAFISTR] 12 > o 6l i A oAt
T PEE IR HE TR M L R 5 PV Y e R R T AS o BT UK R v R A, DRAF I 8] 3 AN
5111 AR R I b HE T VROBC TR RT R DR -ds A R G 02 R T -ds 10 RV R R N
100pg/mL, BT UKF TR RORAE o R AT D-ds MR I 52 BT -ds i 25 V0] PR R AR R 50 i, 75 2ug/mL
FIPAR TAE . BT OKA PR OReE, IRAFISTE] 3 S

AT GRS A WA A, 5 K — 2K (L GB/T 6682 FLE .

5.2 {XEEFIMH

5.2.1 JAHEIS- B EFEA: BoA RS S T IR(ESD.
5.2.2 MFEHIFTAC

5.2.3 BEDLHL.

5.2.4 LS.

5.2.5 i RF, & 0.1mg.

6 MELSE
6.1 EXRHERTLIE

6.1.1 EAMMEE

T AR (5 S 152 ) B B T i S (RE B SR 0) I3k A, BT RSk RSP TiE v AR R A 48 1, AR R ARANL
B, 20%E. 155, BTHRE (EHE d. eRMEEE. |, BAREE. KERE LK
AbFRAE IS

2 T0 3k R R B Sk R AR RS, RIS EALI B R, WRE. BB, B, 1
RS R
6.1.2 ERMHEMITE

BRI & B, KRR TS, BREREBRE TG R Imm B, 4t
6.1.3 ERXMHERATIZE

FRELE K 20mg, MO 10uL WAR TAEM (AT < PRl -ds AR FEBE 92 R 7#-ds 2pg/mL), A 0.5mL
#BAE 30min, ZRJ5 LA 2500r/min 250 3min, K HISTRER ERESR T, AR,
6.1.4 RmMHEREEAHER

B B K 20mg By, — 00 ] = BRI RN 2 FR G 57 38 7 %o B o 45 0.5ng/mg IR IDFE S, — i
BT R, 4 B 44 S5 15 006 P AT 52 ORI 23 A
6.2 ME
6.2.1 HHEEIE-FHERITNESERNL

DL NS H AT, TARYEAS [F) b AR FOAS R it S5 S 155 gk A7 1 8 «

a) {AiiHE: Allure PEP Propyl Wi (il hE(2. 1mmx100mmxSpm) B4 £ il 4

b)  WBhAH: V(FEE) © V(20mmol/L Z B4 F10.1% F R 25 h)=80 : 20;

c) Ji#: 200uL/min;

d) MR ZiR\;

e) HEFEE: SuL;
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£) BT IS E-EE T (BSIH);

g)  tTr: 2RI (MRMD;

h)  EFJEEE (IS): 5500V

i) M (CAD). A& (CUR). EAS (GS1). MR (GS2) ¥INm4iR /<, i
AL R DA o SR AR A K

J) EEHE (DP). fffERERE (CE) MRk & ffE R,

k) AR R BT AR E PR 0 8 B SR AR B N A LR

=1 "FRE. XEBEZ2RTNAGYNEESE 3. EEBFXT.
k7B JE (DP) . fil¥EREE (CE) Fn{REZAT 8]

o R AT DP(V) CE(eV) (R 8] i)
304.2/150.1° 35
EIRSTS 60 6.5
304.2/182.3 .
7K 72 290.2/168.3* 26
70 25
HET 290.2/105.1 i
307.1/153.2° 35
AR [H-ds 60 65
307.1/185.3 -
3 T 298.3/171.0* .
60 25
T -ds 298.3/110.2 4

E: CNEEE TR

6.2.2 FEMSH

FEAH R AR IR 2 AF T 5 ARUARE ft ot B0 8 P 8 0 i e, FLOR B IF () 55 05 e it b B AR R
BN IA) LIS, AHDRHR ZEAE£2% A, ELAEOR B 708 3 82 BU 5 S TS it v (AR R 0 1 0] 2 B2 BE 2 AR R ZE AN
AR 2 MUE S, AT IR R AR H AR

#z2 HEMETFEELERNSEKLFETIRE %)

AT S PR EE L >50 20~50 10~20 <10
SV HIARNT R 2 20 125 +30 +50

6.2.3 EEDMH
6.2.3.1 EEFE
FR 48 A A 5w m e DR RN 25 R I 5 B 1 RO AR O, 255 1 B RV I AR IS ]~ DRI AR S B 7 o R 5
P, RHAFRE, DUEE S PG AR T e 2. &8 70 K TAE dh kol s AR .
K A il 2R 92 el R R i v mT s DR R S B G 92 B < 1A o 40 B N A il 2 P 28 1 9 L A o T A1)
Ry B ] R R 2K H R 52 R T B R AR 746,137 3T RE S AL, 150462 .17 2 AE TIN5
PLRTHR R 48 P 52 B 7 AN b 5 o B8 0T U T AR B o AR A, Bk vh AT - BRURD 2 HR 8k 52 B 7 o i 70 3

3



SF/Z JD0107016——2015

NREAE AR AR IR, A 2R S AR AR i mp mT s DR RO 2 R Ik 57 B 1 o e B T e
SR FH B g AR T Y B AR WU il o R DRTRI A PR I 52 B e 40 5 0 507 18 VAN DA ot o el e R AR G
% RET B U £50% 9 o

6.2.3.2 4ERtHE
6.2.3.2.1 A¥r-TEfMZE

CLHFR4 5 AR RE 8 0 U T AR EE (1) AR bR H AR B 23 B (C) I AR ARt AT etk el
U, LTI RE .

AR A8 d v AR S A AR Bk (e AR, 42K (D) TH S AR IR e B AR )
.

X

C——FFFE S B R B B, A NN SE R 22 5 (ng/mg);
Y——FFDIRE & T H AR 5 AR 58 BB X I T AR B 5

a ——E MR A

b ——2R T RE R R R

6.2.3.2.2 Rir-BERIEE

MRS A DL G AR INRE b HARY) 5 WA 52 B 1 QU T AR, 4%30 Q) TSI AR DA it b B
BRI 0 2

Ax A xc
C= L
['x A, e (2)

Rt

C—— IRt b EL RO B, ML h R4 5 i (ng/mg):
A FERE R A E BRI
AR R R T A

A FEUIRE R o BRI W T
AR o PR T A

—VRIRE b E BRI R B 0B, W AN 5 455 5 (ng/mg)

6.2.3.3 FITiRIE
FREMIAE 5t RBP4 T 00 P4y, RUREAR S AH 22 3% A~ 20 (3) 115

| C1-Co
RD (%) =——— X100 oo (3)

c
AV
RD — XA 2
Civ Co—TM IR S PAT e I e 1 5 52 70 44

C —— P RIS o PAT E B E J H F 31
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6.2.4 ZTHIRK

M= A BRI T Hik.
7 HERIFMN

7.1 EMERTEN
7.1.1 PAMZERITFMN

AR SRS AN ity RS H PT RURT R PR G 52 B 1 AR ity o RS R RT  BRIRT R PR G 52 BT 1l
VU PR 45 AT 5 s A SRS INAE it P RS, HE AT AR F B 52 R T jl o IR 45 R AN T

7.1.2 PBAMESRTEMN

AR SR AR DA by rPoRE Y ) R DRLRTSR B 52 R 7 ko, HLAS FARR R E T30, WUIBHPESS R AT & W SR A0
B it AL H T R PRI F B 2 e 7 g, B AR R PR, TR PESS RA T EE

7.2 EELERTN

SPAT RIS T 3 KA TR OURE AR AR ZE AN I 30%, - 285 544 9 3 R0 A Joit B 23 ) P BB B, 5 0
i 2 HHTE -

8 FEKRURFER TR

ABARRNER AT RB 28I BT 1A PR Y09 0.02ng/mg, %€ & T FR¥IN 0.05ng/mg.
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Bk ATRBL 2R B2 T A A BR 28R o 1 R U A

FTA 1 EMFREMNLMETEE

H¥s4 28 MEVE El (ng/mg) 2o R r
CRNT 0.05-10 y=26x+0.0342 0.9941
KRR E R T 0.05-10 y=1.8x-0.0038 0.9977

[

A2 FEERE. BEE

RA2 ELXHPAFRE. FRHMERTNENHEEMERE

3 s W H (%)

HAs) (ng/mg) (%) H X RSD(n=6) H Al RSD(n=24)

0.05 89.2 4.8 4.9

CIRNFS| 0.5 109.6 2.3 2.1

10 100.2 3.9 43

0.05 77.2 9.1 8.5

7% 2 R T 0.5 104.2 2.2 2.0

10 109.9 53 52




Mt X B
(SR R)

SF/Z JD0107016——2015

ELPAFEFE R Z R THIMRME 1K [E

B XC of +MRM (8 pairs): 304.1/182.2 amu from Sample 8 (7) of Data070803-cocblank.wiff (Turbo Spray) Max. 680.0 cf
680 200
600
214
]
2 i 179,
o 1.54. 578
% 247 3.15 6.22
= 323
3 - 268 370 423440, 471 533 I . A
= n.02 STy 763
0 T T T T T T T T T T T T T
15 20 25 30 35 40 45 50 55 6.0 6.5 70 75
Time, min
B x| of +MRM (8 pairs): 280.2/168.3 amu from Sample 8 (7) of Data070803-cocblank.wiff (Turbo Spray) Max. 260.0 cps
232
250 2.16.
192, 299
200
o 34z 388 445
o
= 150 477 5.3
E 0y o oo 00 705 369 540 659 - L]
5 100 e ;
E
50
0 T T T T T T T T T T T T T T
05 1.0 15 20 25 30 35 40 45 5.0 6.0 6.5 70 75
Time. min
oo S s s
zS >
EB. 1 ZHkL%A WRMEILE
B XIC of +MRM (12 pairs): 304.1/182.2 amu from Sample 18 (0.1e6) of Data070802-coc.wiff (Turbo Spray) Max. 8400.0 cps.
a
654
8000
5000
z
2 4000
2
=
2000
5.04.
0
05 10 15 20 25 30 35 40 45 50 55 50 65 70 75
Time. min
B X|C of +MRM (12 pairs): 290.2/168.3 amu from Sample 18 (0.1e6) of Datad70802-coc.wiff (Turbo Spray) Max. 3340.0 cps.
3340 250
3000
2500 4
- 2000
=
@
E 1500
&
1000
500 099
R 0s3 Y 191 355,360 405 455485 518
0
05 1.0 15 20 25 30 35 40 45 5.0 55 6.0 65 7.0 75
Time, min

B. 2

FHEXEFRMAFR

(a) M FBELZ R T (b) MRM &I




