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HPLC — MS/MS a3 A i 4 Fhif kR ma S A il 7k B

B K, HER, i
(VLHRAR BB B e, VL3521 225300)

T R B OO @3 - AR & (HPLC — MS/MS) X6 1A H i i ok i 248 245 99 1) A A TG0, DA 32 Jog
B B 5E PA P BRI 5 OSBRI 2 W ) A R LA S R A AR 1 (pHL{E < 7) /K%, [l EImA
2 — A T A D A A a0 O CAR I IR SO 16 b, SRS IR pH (B ok, 23 B i AR O T 2R ), Wk A SR )
PR TS — =R PUGAT OSBRI SO . 45 2R W%, 4 PR L kg 28 25 )1 QH 72 0.5 ~ 10. 0 ng/mL i il P4 1] )4
PR ZR R r* >0.999 9, IR 93.2% ~106. 1% , KIXHARUENR 224 0.83% ~13.9% . 4 iy BEmk w2 A4
Bk B RGN A5 2 ELATT AR W ) R P S A M A AR, SR 4 A B9 TR 02 38 B, 0/ 1 R st A B G 45 2R A B2 i
o R BT 0 o 05 Ak B R 7 2 5 Al X T AP e, R AR v 19 SABORE A N0 By oy HL AT BB A A H B

K §R1A) : HPLC - MS/MS s 5 P s A LR I S i e 25 5 AU 5 25 5k B

FESKE: $859.8  CHAARE: A

i I I A% 245 490 5 B ) T 4 TR, A P R UG
el R SERR I A AR BT — A S — L I PR A A
25K, AL A WK T ( AMOZ) | Wk %[N (AHD) |k I
PUAK(SEM) FIuk il ms i ( AOZ) £ 0y Tl 5L vk i 2k 254y
BRI, B T REIIR K R 2 B 22 BIE I LASE,
TN R 8 2 B A AR T o W R 2P
LR AR ME P A T 2, I L AR P AR AR , T R R
SEEH T E RO, 25 FHRTE B S AR A4 V8 2k
(8 B . ARSI ST R, Y L vk I 2 2 ) LA
PEEPE R B, BHAE S I £ 5h i A AR B o A
FA AT TE— 2 KUK

o7 FH T 2k 1k I 21 24 7 1) 2 i 1 P B R 2 B2 = S AR
(R — 5 i R OB - AR R R R AR
Fi - B3 IR (HPLC - MS/MS) J2: 9% [l [ 58 4 i B A2 1
M7 T 0.5 we/kg BUREMIER . HPLC - MS/MS #:
PR o AR R (0 5 BB , X 0y SR 0 ) 5 I S
FRUA o] AT B AT o R R 80RRE e Ao DU AR & v
AW B I E S B R E S BT 2 &, T
LG S AL G0 AN P HEAT 45 K 20T , AT B 5 105 186 280
AL TEAN 43 5 14 45 AL A DA B A0 43 F- S5 R 35 L MUTIT i 38 s
GOIERE
1 (B 5RFIs#

1.1 =EME&
BRI - =S PUGLAT BRI FH AL ( WatersAcqutyUPLC -

ThermoFisherTSQ) ; HA SJ R AL (JZ - 11 7)) 5 B F 0 Hr K F-
(AB204 — N A1) ; Z 1R TiEE 7% %% ( Targin Technologies VX -2

Wik H 41:2017 - 06 -23

BT H LI AR BORHE HRMD 2 e BHAF RS ( 445 : NSF201602)

YEF A SO (1978—) 35 WIR TR N B, YU, 25
A ERFS , E - mail :281303332@ qq. com,

XE4HS 1002 - 1302(2018)23 -0212 -03

B SR B EAHE O (3K =30 ) kA 18 IR % 5
(MAXQ4000 %), % Wk X ( TTL - DC11 #); 8 & it
(SevevExcellence %)) ; A HLAHEF o JE 45 (SCAA - 104 ) ; H
FERLOAE (50 mL, 10 mL BUAS ) s BB (5 mL 10 mL JEA% )
Btk % 24 (MILLI - QADVANTAGE A10) ,
1.2 2 Z3K A & Fehl

FEHNNA X I 5y AOZ  AMOZ , AHD | SEM ( £ Ji %) =
99.0% ) ; N #7 % I8 & AOZ - D, . AMOZ - D, . AHD -" C, .
SEM -HCl - [1,2 - "N,"C] (4l =99.0% ) ;2 - Al HEHE
FEE (Jriral) s HEE . CIR O T IR . LTk O R (1
Jaigal) R R . FEERE TR T .

0.2 mol/L LR 1. 0 mol/L BEFREN AW FN 0. 1% H
B VA R 5 T R T o

FRUERE S - 5 BIRS B PRI AOZ . AMOZ ,AHD #1 SEM -
HCI WIFRAEXS ] 45 0. 01 g, B F 4 4> 100 mL 45 {0 25 &
Hp, PR 0 R A A o 2, O R B2 S 100 e/ mL 9 AR i
T4 1, T —20 CLL T {5-4E

BT A% 5 8 43 BT KRS B BRI AOZ - D, L AMOZ -
D, . AHD - C, fl SEM - Hel - [1,2 =" N,"” C] %} B& &
0.01 g, & T 100 mL 47 A A IR, 45 HH BE M E AR
Z\ R R E R 100 peg/mL ) I FRAE AR, T - 20 C LA
TIORAF -

TRAPRE LAEW (100 ng/mL) A i B LAOZ . AMOZ
AHD F1 SEM « HCl AR MERS 4545 100 wL Y84 T 10 mL k36
AT, RINSE B S 10 mL ZIEEZ #1745 10 pg/mL (Y
TR A bR UE R RV, P 80% HR AR Bk 100 ng/mL (IR A
FRUE AW, T 4 CLLRARAE

TRA AFRARIE LAEM (100 ng/mL) K5 HL AOZ - D, |
AMOZ - D, . AHD - "C, f1 SEM - HC1 - [1,2 -"N,"C] W #5
fEEW 100 wL, & F 10 mL fR A i PR S, A H e 4
BB, H115 100 weg/mL (KR A P AR R AR, T8 25
B 100 ng/mL FIRA WARFRIE TR T 4 C T IRAF.
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2 HEESPR

2.1 Aol AEase

(1) ko FRECY TS A ALHUR 2. 00 g, F 50 mlL &
AT BRI L ASPATRE . 10 mL 50% F BRI,
RJE, PR 10 min, 48 )5 6 000 r/min .0 5 min, F F i
W B DB A 10 mL 50% WA, A VRS 1 UG H
SRR A 50% HIREEE: 2 I (2)Fii4E . BEiE 1R M
100 ng/mL AYIE G N PR AR HE LAEW 20 wL; HZ0BEWCAE N A
0.2 mol/L EhR 5 mL F1 0. 1 mol/L 2 — fif§ 3k < I % 19 7 K
100 L, RER G IR ST TR IR KB IR G 25 ik & 37 Cilk
N5 16 h, (3) 32, WA )G VR IS F 3L 2% 4)
ZEIR CROCAAE T T W I pH (R (7.4 24,
SRR pH (EIETTHZ 1 mol/L BERR =R , FT s = KA N
0.85 mL; LM LR 5 mL, #EATBOIRZER, ek, sk %
5 min Ji , B EHEOHL 3 000 r/min BL> 10 min, FiER
2 R JZE WG I CBR TR S mL HARIC L IR, B 0F B2
WA IR ZERZ T 40 CKB TR T H0.1%
FRR /KW 1. 0 mL i AR R AW (A A I RE TR v, P ialp
AR L5 mL 3058, B0 FRIR R ) .48 0.22 pm 11y
A YU E RS E 5 2 o
2.2 REEBHRGHE

25 R BRI 2. 00 g %5 1 IHE  FEAT AR 2P SR R TR
TRA APRARIE TR , A P3RS Rl A 7] o

AR S U IR 2. 00 g, 78 BRI AR A 2D 3R
FFRER N 100 ng/mL IR A AR ifE TRV 20 wL, HAR R EAH
[F], Tl AR BE S 1.0 ng/g RYBAYESSINURL
2.3 MpEWME

R i B b R K 00 3 70 T R A 0 TR A AR TE AR W
(100 ng/mL)0.1.0.2.0.4.0.8.1.0 mL 435 & F 5 4~ 10 mL
FEOHH, 5% CIE (5 0. 1% R K E A 220 % IR
SJRITE AW 1.2 4 .8 .10 ng/mL WARMELAEW , #2517
T R[] ) € T R BT 3 2% 1 R A D AT AT, o 00 75 1) i
TR B RAT 2R E 26, 43 A G R A A SR L A
T R e AR PR L
2.4 HAMELEAEE

43 90KS B &L 100 ng/mL 19 AR HE 4 ) 0. 1,0, 5,
1.0 mL F 10 mL 250/, i 0. 1% B R KW B 245 2
Z\BELE , T IA5 P 51 ik By 1.0.5. 0,10. 0 ng/mL (5,
B BE VR A 6 S TATRE, A3 R R I A TS AY
i [ AT B A R o A 25

3 NESHSWE

31 A
{6,4i% 4+ : Waters UPLCTM BEH Cx # (2. 1 mm x 50 mm,
1.7 wm) s dE R 2 Wl #EIR:35 Cs s M. A: 2 /1F; B:
0. 19 (PR BL53%50) HY IR ¥ W, 66 132 R B0 (66 32k JBE A 1 L
x1),
3.2 RigAEM
BTRSHSHIEL 2, B iidaS% 2800 E 3,
FENE E R N L R R AR i W 4,

2018 4E4F 46 445 23 1) — 213 —
F1 HABIERNERELE
] (min)  A(%)  B(%)  i(mL/min) iR
0.00 10 90 0.3 1
3.00 90 10 0.3 6
5.00 10 90 0.3 1
eI B TR WS a i A T E2 4 et
R2 BFRESESH
BFIRSH SHHUE
B FLI 25 B TR EST +
EAEHE(KY) 3.5
AHHE(V) 5.0
RF BHHLE(V) 0.3
P (C) 110
FACIRE(C) 400
HEFLS B (L/h) 50
FAARHE (/D) 550
£3 RENWRSESY
B A HT R S L et i
IR LB HER LM, 15.0
i BT R HM 15.0
B FheE 1 1.0
AFHHE(V) 2
HHBEEV) 2
TR PR LM, 15.0
R PR AT HE A HM, 15.0
BT hight 2 1.0
RN 3.5 e —=3 mbar

R4 WHERMERGIETEMINNIREERE.
EEB T ELBEMMEESE

o kg . P Ly . . bRk
Bhat EERTH  RERTH LUK
AOZ 236.0>134.0 236.00>134.00 28 12
236.0 >104.0 22
AMOZ 335.0>291.0 335.00>291.00 25 10
335.0 >262.0 16
AHD 249.0>178.0 249.00 >134.00 28 20
249.0 >134.0 10
SEM 209.03 >192.1 209.03 >166.10 23 8
209.03 > 166. 1 10
AOZ-D,  240.0>134.0 240.00>134.00 28 12
AMOZ -D;  340.1>296.2 340.10>296.20 28 12
AHD -3C; 252.0>134.0 252.00>134.00 28 10
SEM-[1, 212.00>168.0 212.10>168.00 23 10
9 _15 N, 13C]
4 ER5HH

4.1 ARBEWE

AR 15 T S ) A A A YRR A 0, o o 7 YRR e 188 g
ABKE BRI AS B Area/IS Area [L{E IR AL , 2 il br Ui
Mgk, BBt AR 1 £E4),

SN WY I s I E WS R 7 5 oy N 5
0. 999 478 ~0.999 679,* >0.999 9
4.2 ek ES5HEEE

T35 TS 238 S A A o vt 2 Bt 2% 5
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0.087 0.121 0.16;
o 0.071 0.10F 0.14¢
© 0.06f s g 0.12}
@ 0.0 < 0.08 < o.10}
@ 2
§ 0.04f 3 0.06 5 008
0.03} < 0.04} < 0.06}
0.02} 0.04}
001t 0.02f 0.02}
0 | 1 | | 0 L L 0 1 1 |
0 2 4 6 10 ) 5 4 6 0 2 4 6 10
e (ng/mL) e (ng/mL) e (ng/mL)
E1 AHD gk E2 AOZ sk E3 AMOZ ph%k
0.07 s
0.06 5 Wi
g 0.05 5.1 #HmaTa sz
% 0.04 T Lk g 2 25 WA S A N A, R -5 8 A ) B
g 0.03 RS e —D , T DA A 0 il 6 1 g X 1 50 4 140 3 B o
g-g? D75 K% EEANFES Bk, I s G HEN
: o . ‘ , , Y 4 R, TR — 2 A AER AT RS I B AR
0 2 4 6 8 10 ATACEE SRR EE 1 R0 B A0 BR 2R i i 2 vl v 1
ET%E%A/HIH?% 2% 5 SR ZRP T, B B S B 1 BT Ve A 5 K (R B A7 A aT LA

H 3 5 I, S AL ISR AE 93.2% ~106. 1% Z [a], B
xR IEIEETE 1. 12% ~6.80% o 459 WoR , M X AR i fim 22
(RSD) 4b7E 0.83% ~13.9% JiE M .

x5 FHEOWERRBINRERERE(n=6)

DUBEER 1, FH AR K PP i BEAROR RERSCOR 38 1SS S 2 i Y

RARSZ , DT 2R SO LR AR MTULIE . 37 25 B W il 7
2% BT, T S BkE I, CBER ARG, RS R IR

PG WL, TR 254 it R S L, 20 2k B i 3 A
SRR o 26 2 AP RTHE R TR TR 25 T 4 R AR

7N

AR o P SR O R FRREAT AT A i AR

Wy it B I R T Y BR R Y pH B 2R A, T o B R R

T pH AE P 25, TR T 2 05 B 3 M, SRR )

BEATRTAE o 5 3 R MUK AT A5 B W 5T ARE it v £ BB
o, AR B 7 2 R T S A, R FIATT A 0 S R

FHAB A E LR IR R R BEAS TR, ATk B R H
(80 SRJE FHARA IR W HRIBGBUIEA THeA LA D SE U o

FiF SR I A 2590 UL ' By 7 i, 50 T i Ack B0 3o R v AL sl

b (8

5.2 AR bEEBR T IR

gy PRI FEISGGRR G FIRICE  RSD
s (ng/mL) (ng/mL) (%) (%)
AOZ 0.50 0.51 102.30 7.90
5.00 4.91 98.10 3.68

25.00 24.72 98. 80 0.96

AMOZ 0.50 0.53 106. 10 13.90
5.00 4.78 95.60 4.29

25.00 23.83 95.20 1.48

AHD 0.50 0.53 106. 10 7.90
5.00 4.93 98.60 4.77

25.00 24.13 96.50 0.83

SEM 0.50 0.52 103. 60 11.70
5.00 4.66 93.20 4.11

25.00 24.68 98.70 2.10

F L 4 R A bR 2 04T nT A5 4 Bl LIk 2 24

YIRS AR HERRZEAE 0.5 ~ 10. 0 ng/mL [ 70 [ P9 BT 15 21 19
RAMESEF, KR 28 5 B2 80 7 72 0.999 478 ~0. 999 679

4.3 MR MRG
AR ST D B R, BB 0 A UL, B 05
SX2017W0003 , Keill 45 5 T 6, K i A K i Sk i 6 25

L, 7 >0.999 9, LRVER 4F, BIAE S WL 0.5 ~

10.0 ng/mL B P, 3 0a RS A ity o R 2 20 ) B2 R

5.3 ek kREiEA
FIAR S AU B DA 25 LA st B R R U A Y 3 A

YA
R 6 KT SX2017W0003 i 45 R
e (iﬁ/ﬂz) (ﬁfif’; 'E(]ﬂ//f)i SX2017W0003
AOZ 1.07 1.01 94.40 0.00
AMOZ 1.040 0.989 95. 100 0.000
AHD 1.05 0.99 94.30 0.00
SEM 1.04 1.01 97.10 0.00

IE B, FTLAR IS i R AT R o BT o AR 5 ¥R T AN AR 35
FH R 0.25 pe/kg, MR 0.5 peg/ke,

AR -, 52 6 U AY [ 1A, o B Y5 BB 7E 93.2% ~
106. 1% ] , 4 %R G FEAE 1. 12% ~6. 80% 2 6], Yi AL

T BN R GERZE R/ ALTEAS I R R A, 4 45 S
PRIERLE IR 2E R/ 3 S Al AL, 25 AR [T R AR X
WERZETEE A 0.83% ~13.90% , ¥ <20% , RIKE 25 FE 80 1 o

RGN K g RSD 2

(ke

Pl SR HERGIN 25K
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i 17 TR 35 DG A S 1 2R 2 7 T TN 22 9 ) TR A T 12

B, RBA, AFEAK, KER, BEEF
R B A 2 BT 7/ L A8 2 VA I TR T A S0 5/ W £ 0 VU T T 95305 , (R VP g 250100)

E O T A R Z N 2R R T2, LU A R Z M N 2R 1805, WFERRIR IR P04k pH
(6 R TEITA] Bt R | Eh % BRI T JEE A 2R 2 M0 A 2 A A (R 52, 3 3o B DR] 2 R e 7 T 3 X A R
PN ZHE N R L AT A o SR, HE A R N 2B B I A R AR IR :20% ThER 3. 3% A
W 3% %%k .0.2% KH,PO, 0. 1% MgSO, , %146 pH (H A 7.0, R & A 11% ,500 mL =M R E A 151 mL, 53 R
150 v/ min, SR BEN (27 £2) CBEFRIFIE] O 82 ho FERCASPE T, M R Z MM ZHEM 13500 12. 94% , 5 Hil {E
13.16% MFIXTER22/NT 5% UL AR I LS nT 17, A 18 S A4 1 SN (B

RERIR LA 25 IO 0 s WM R 5 R LTI 5 T2 A

MESES: SI88". 4 CEIRERS: A

REZRFEMEG A SR, o T4 a7
R e ) SR B, R E S R REE
PEMIBRZ — Y R R SR — PR AT AR | AT
KA 20 TS A RSN SRR AR A I 57 B A

Wicks H #9:2017 =07 -27

FEWH LRE B RRHE RS (45 : ZR2016 Y1022 ) ;5 1L AR 45 4Rl
REEBEAOl B BB TR (485 : CXGC2017A01 ) 5 IR 4 T
B FHEARBIHIRE (G5 B WA ds 2015[16 ] 5 ) 5 LA A 4Rl
BB AR A G IR S @ TR LI,

TEBRIA A Z(1989—) 2, INARME N i, BYEmFgE 5, F %
N R B RIS, E - mail : xh201501 @ 163. com,

AEMER BREETE  W -, BIWST L, 32 ATt 1 5 A 4 305 P ) I
9% . E — mail : chenleilei8210@ 163. com,

5.4 Aw gk

FROBRE — RIS L RE TR A AR T A R A
Tiag , A Y v I P A 5T 356 4SO VM €385 — =2 4%
FFBHSIE A, FEoR I 2 G Ar I , Xof £ 0 100 S8 300 I
4, A BRBEB IR H 0. 25 pg/ke, TLIT 5 T WEHK S A AR
AT — S AN BRI S s , 26 ST B 1 8 s 3 A o g
B TR IR A AT 25 5k B S

6 it

TH 5% AR EOR AR 1l A Lk i 2 25 ) T sh W I e
At 2 IR AT R I R0 NS I A R P S L
PRI . A K I 24 5% P B P A 0 TR AGHIN , X A
DT7EAMERTE ORI S o ATFER T S RORAR (i — HR K
JECE X P R ) 4 BRI S AU 2 B [l i 2t A e
FHERH AL 25 W AT A P ) 2 g B i R . ]
4 PGB IRIAL 2R AR D/ 1R it AR BEOGS A I 45 SR ) 5
Wi, o R S MIORS A o L i Ak P e 7 0 ) Al e T R
U %77 R BAT R R R AR G S D RS H LA AR A A
HER G PRI, X FERO (i — AR IR BB AT (3 - T ik

TEHS 1002 - 1302(2018)23 - 0215 -06

(1 RZ B, TE AR PO I, 2 i A T8 37 75 A5k
o BHRRZEZHEFENRZA TR TSk b SR 3, T4
REIWFIE R 5 TR 2 R R I R 2 2, Bt 507 i
TFRAIRCEAT A o U HE 5 %5 % ) B R 1S L
Lo IAFE TRy R EAT T LA, R IR W 22 Ak vh 2k
FiiE, TR 2R RRZ, TR 2R R R
1R RSN BRUEL AN RAW264. 7 BE— LA (NO)
AR MRBIE S P A B, DBR 22 P 1 S AR v R 22 BTG R
R R, M8 20 RAGE VRIS, BRI R Z B 2 b
HIFHY R Z 2R RA 1 TR R T L 8
MREERIBITT R, LR 2R 2B SR i 2
S B M2 T 22 R 2208 5 0 T SR 9 30 4, HE T IE 5% 5
R R BRI A ST B A KT
AR 3% , =3 TP Gl — SRR 5 0 vER 1k 5
A BR A e ARAR 2 AR , S =38 v e AR ARG 7 32k o

S

(11X, Rk RHURG 2 [J]. HEZ = 4,1963(9)
393 -396.

(2] AREE, B0, F 5, 5. O35 R I B8 55 B34S I o i
FRX i ke v 2 A g e o s [ D). R 5 K R, 2016
(6):108 - 114.

[BIRHK, st s, XS ARG 25 W2 44T [N ] o [ 3 Uil
2003 - 05 - 18.

[4]%—F, k. iRl s SEmk w2y i L A 5k B
BRI EARBE L[], iR ,2007 (10) :590 - 593.

[SIRLMg, 8 J7, 2k, 2 il vh A 3Rk g 2 25 ) X AR st 5%
PRI Se HE R [ T]. B 2 4 B4 A6 M 2 412, 2016 (10)
3952 —3959.
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