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B 2 i A ¥ e e LA 25400 O R 3R R 7 25 4 R T I I A9 EE R IR B () — . PR 24 Bk W 110 [ 2 R s AR o ]
AHALBES G v BOOR €23 B B0 B3 TR AR H AT 6 T 5 vk (B H AT ARS8 3 20 1Y) 02 RIS 2 24 5 1% [m] )
LA 2 (AR E L) B2 PRBHIIFI AR X T 2220 I 24 i [ B AG: ) &%) J 2 B 5 3 L A /.

ARWFFERIH 50% Mg(NO, ),-10% NH,-H, 0 2 mhi I 50% H EEHY) Na, EDTA-Mcllvaine 2 M ( pH = 4) [FIAR 25 Bk
v Ab, S5 6 8 SO (35 ER B TR (UPLC-MS/MS) A3 A AR, gl 7 T [7] Bisf A 0 P A= 7K i - B v 10 b B2 24 58 1 4317
D5 AE 13 min NSERT 10 FE 28 5 RO 2 2 4G 0.

1 ZWES
L1 A 55

ACQUITY UPLC #8 7 24 A8 5 3% 4% | Quattro Premier XE J5i % B¢ X , Masslynx 4. 1 T /E34 (35 E Waters A H ) ;
ACQUITY UPLC BEH C18 {43%4% (2.1 mm x 100 mm, 1.7 pm) . Oasis HLB [EAAZEHRE (6 mL/500 mg, 35 [F Waters A H) ) ;
SURID B (OFL) MFORIP B2 (NOR) | B i W W (SDZ) T G IE (SMX) (PR 3% (TC) | 146 3 (OTC) VEUR 5 %
(AMP) fi¥& 35 (IBP) XWAZFHR ( DCF) #40 F 75 Dr. Ehrenstorfer GmbH /23 ) ; RIS V) & (CIP) 14 24 [ Sigma /A 7 ; FH
B LRGN R TR (340, Dikma A F]) 5 4K (PR =18.2 MQ-cm).

1.2 FECRESHTLIE

BB A K K I R S RS 2 PR 2E R AR I BN I A FR B Y IR pH 2544 T AT BT AH AR B

B LKHEE S K RS 0. 45 pm MBI, BSERA 5 mL FEE .5 mL #B4l/K%T HLB #E#EA7I6 LA BE. 4503
WM 3—5 mLemin ™ EREREE HLB A= 985 10 mL 47K sk, 4680 B 25 10 min DIBR R PR B K. )5,
PL2 mL FHEBEME 3 W IR R I AR IR T A N, R 20 T A BE K (V: V=1:1) A E 1 mL, 7.

FHER A dRUR AR BE E R AT B AL TARFARTFE L0 ER 100 em B AAKE R EHECEH5 S Z0E). A%
WA JE it 100 HFfE. FrREL1.0000 ¢ £, A 50% Mg(NO,),-10% NHyH,0 ZEuhil 5 mL, &% 5 min, B A H2EUS min,
BODWEE B R 3 YOG A IR B FR 2 200 mL. BAMKEL 1.0000 g T4, A 50% LA 0.1 mol L~
Na, EDTA-Mellvaine & W (pH =4) 10 mL, H 5 Z FI#AE ,, & IS OB B 22 500 mL. J5 1 [F)/K AL 3.

1.3 (O3 R4

TSR 0. 2% LERII/KIEEW(A) MLNE (B) R 30 °C; P 0.2 mLemin ™" s BEVEIFE T . (0 min,95% A) —
(1 min,95% A)—(5 min,75% A)—(8 min,10% A)—(9.5 min,10% A)—(10 min,95% A)—(13 min,95% A ) ; JFEEHE 10 pL.

LTS5 B TR (RSB 4 5 55 A S0 BRI 00 < AL A U, AR AR R 5 VR TR R ) IR B i Sy
120 °C 1400 °C ; JBE 57 s FIAEFL S B3 205100 650 Leh ' 150 Loh ™', B4R HLE N 3.5 kV ;&I )7  MRM #2K.

2 H#R5VHE
2.1 RS ERE &k

Fe T AR I AL (0. 1% \0.2% (0. 5% W R L8  FEFR T 4 IR B M /K T o o 5 RS B AL 5 )
HER (253035 .40 °C) B REVRIBUIUT (5 Fl) X B ARY) 53 B8R R M. 5 J5 25 7% 18 B AR I TR | R AR I T Al st
(], e 216 8% 0. 2% L2 (pH {ELAE 2. 7—2. 8 Z[8]) fE N /KA TR BIAH (A) FIZIEVE S A DA TR ZhAH (B) FALA 30 CHEE
HFE] A 13 min AR EE VRIS 76 LA E40F T ,10 FHES 24 A AE 10 min NSEER T A50F RO 4355

10 Fh B2 24 5 RS BRSO R an e 1 .
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8 1 AP T 45 < 7 e SRR €00 3 5 BB T ARG P2 /K B 3 v B R 24 1583

F1 ZRIMEIEET 10 FhEE 25 00 S /Hr 240

LY/ 5 B/ FET HEFLHL R/ V il il L/ V ESI it
OFL A ES 362.0 >318.2 .362.0 >260.9 25 15 25 +
NOR TR T2 320.0 >233.0.320.0 >275.9 35 23 .22 +
CIP TR T2 332.0 >288.0.332.0>313.8 30 18 .27 +
SDZ fift e 250.9 >91.2 250.9 >155.2 20 28.15 +
SMX S 253.7 >106.8 253.7 >155.0 25 25 .15 +
TC PUFRZE A 445.0 >153.3 445.0 >409.9 28 15.18 +
oTC IR FEI 461.0 >426.1 461.0 >443.0 15 15.13 +
AMP HHER 382.0>159.5.382.0>222.8 25 25 .13 +
IBP EEIIRGEES 205.0 >160.9 18 8 -
DCF EESIRGEES 293.9 >249.8 293.9 >213.7 23 10 .20 -

2.2 PRI AN b R T PR IR R Y e

£ 500 mL ALK s IR G BRI R L B 2 R VR Bl 500 g - L1 SHEAT BEAHZE GRS 43 2 S AN )
BV 7R B VR AR AU [ B2 B8 B ) B R, TR IBEVA 7 43018 26 mL B .6 mL % .6 mL R 21K .6 mLH -
LTRETE(V:V=1:1) 4RGN M A. 0.1 mol- L' Na, EDTA-Mcllvaine 2% ¥k (pH =4) . B. & 50% M ELY 0. 1
mol -1~ Na, EDTA-Mcllvaine 2% i (pH =4) ,C. 0.2 g i Na, EDTA + % 50% ZJE W W MR S vh & (pH = 2) |
D.50% Mg(NO,),-10% NH; H,0 2. ARHE IR, F R K Z 800 & W B B VESCR . R L BEXT T 9
TEERZE 2P Ve AUR $22 , JE R W] BB R £ R SR AR PEAE T | Wl S50 U R 21 24 0 1 VS A BB T 9 2. LR T g v A
G VAR BRI 25 W R Ve AR A 22 5B 5 R e A 2 6 mL R VRV R A 2 il ) 10 Fh s
25 5 B BICRE R ZAE 40% —60% , FE oI A BEJ | 8043 B 24 i ) e Sc 245 30 e | (X6 R P 5 T 25 24 0 ) [l g 2
IR D R PT R G i T2 24 0 (A PR AR D T LRIV A LI S R K T, T A G2 oI Y pH AR, C Pl
% NOR FHIRPI VD SR CIP 8885 Ry T 42w el s it B2 24 () DR | 68 D 2 v HE Bt 4 . Hof b & R H B
ERUIE S
2.3 RAEE A R e

BeH 10—1000 pg- L~ AR5 TAEARER I, 2 HIbRE T/ERNZE. 10 Bl B 24 5 i vk 5 15 06 T AR ZR P ¢ R AR YT, Al 6
ZHR > 0.99. BB fEME L (S/N = 3) N BR. 76 500 mL 8 4l Kk rb %5 A1 TR 4 1 T8 V0 A6 JHG v I 24 5 1 ik 2 Oy
500 g L' 100 pg-L~", AT /KRE RISCRSZSG. 76+ 58, FREL 1.0000 g A2 BARIAY £4E(0—20 om) BRINTR G4 fE IR R
A R 2 R EE R 500 pg kg ™' (100 pg kg FEE IR FREANECE 24 h F T AR IR SIS 10 FhEE 2 S KRR
1B ARG L BRI DS R AN ER 2 TR,

T2 10 PR 24 AR AN LA R B AG H BRAN ISR (n = 3)

- IR H R/ TR H R JKAEEmIR% + RSD/ % THEBIH% + RSD/%
(ng-L71) (pgkg™) 100 pg-L~! 500 pg-L! 100 pg-L~! 500 pg-L!
OFL 1.93 6.73 65.4£5.7 61.3 8.5 57.4+6.7 51.1+5.4
NOR 10.17 14.94 72.5+9.3 73.6 +4.8 69.2 +4.3 76.2 +7.5
cIp 14.41 21.12 69.2 9.1 75.6 £13.0 68.7 +6.8 68.5+5.7
SDZ 2.96 1.53 60.1+14.2 61.8£13.6 72.1+9.4 67.8 8.9
SMX 3.29 5.35 67.2 6.4 60.7 £4.3 66.5+7.9 80.5 +6.5
TC 6.85 23.67 76.4 +11.1 83.0+3.0 77.8 £19.7 83.2£19.6
oTC 0.98 3.56 86.3 3.7 86.6+1.9 87.3 £20.2 78.3+7.8
AMP 15.94 28.90 87.9+10.8 89.1+12.0 77.6 £19.5 73.1£12.1
IBP 24.82 36.77 78.0 5.8 87.8+7.5 78.5+15.1 77.4£5.8
DCF 15.39 29.38 79.7 +8.4 90.5+9.3 68.0+17.5 85.3 +4.4

2.4 SEBRAE IR

FHASBIR R ST (9 5 R A r R 5 2 IS PR SRR w0 RESERE IR O A A K A 2 P s i IR A R U
VP RIRIE N 107.8 ng- L™ W IRUM R IRIE N 68. 0 ng- L. 551 AR S SCHRARE 9K FAH HR BEMmAR . SR b st ARt
2o [ R Al A JAAL T AR ARTFZE H0 TR 100 em 1Y [ 8K & & B30 18 38 oA s B AR EE 25 5.

3 i
HIH HLB [ A A OS5 58 i S50BO ( B IBE BREB AR | T [ 0 A K 3 A 10 Bl ) i 9 B2 24 b 1047
FEOMSE . 18 7 AT R, 5k ARG 4 BRI [T A4 AT LAl e i S 6 2 AL PR 755K

KEIE. PR, WML, FAHZE, UPLC-MS/MS.
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