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IKFRFRYI P AEE R IR SR B ERNE RERIERKRE
A

1 SEE

AARERE T 7K KGR A SE R e SR AT A B B e Rl AXEs e ME P BR, THE. 7
ERBUEL . JHERCR THEREE

AbRHEE TR rh 3-SR -2 be ki (R PEERAC Y, LA TIRR: AOZ) | 5—FIHEND
Mh-3-ZdE-2-MEGE ] (BRI ERRIACEY), LURRIAR: AMOZ)  &EENR (RRWEPEAMACEY), LAR
FR: SEMD A 1-Z2E-2-NBAR (RG22 ACHY), DU RIFR: AHD) B BEmiile .

2 HEMSIRAXH

N B SCAGE ST A S AN A A AN RT o N H B 51 S, A0 H R R ASE A AR S
JLEAE B G FSCtE, HEGHRA CERIEEITE MBSCeR) ERHF A,
GB/T 6682 43438 = FH K KIS At 36 Iy v

3 B

TR EURR ) HH ke B (R 2R SR AU M AE RV 25 K AR, 2R 2R R IRERT AL, 28 1R LI
ARG S, O E - R BRTUE G E . AR E &

4 K7

4.1 HEE: fAigal,

4.2 [ ik,

4.3 HEWHK. tikag,

4.4 2-THEORHIEE. ik,

4.5 ZKEWHRE M. Lgal.

4.6 CLWROTE: tatag,

4.7 ZJ: titkai,

4.8 Ehg: st

4.9 0.002 mol/L BEFREHSW: FREL 0. 15 g WAl FH/K (CSEIGH/KSFFE GB/T 6682 Hilw) I
ERE 1000 mL.

4.10 HWEER:  HEE: 7K=5: 95(v/v)

4.11 0.2 mol/L EHIREM: EBOKER (p =1.19 g/mL) 16.67 mL, H/KMEEZE 1000 mL.

4.12 0.05 mol/L 2-FHEAE VA : FREL 0.037 8 g 2-FNEZEHIEE, VAT 5 ml —HIEEWHKH,
BN

4.13 1.0 mol/L BERRE AP : MHL 114 g = /KABFRE —H, M1 500 mL K,
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4.14  FRUEYIIFR AOZ. AMOZ. SEM « HC1 A AHD « HC1:. 4EJF=98% .

4.15 [FAfTZENFRIBEW: AOZ-Div AMOZ-Ds. SEMeHC1-"C—"N. #11 AHD"C;, ¥R 100 p g/ mL.

4.16 A0Z (FRMMEFRACEY)) AR & VE: 1.0 mg/mL: #EFIFRIX 10. 0 mg£0. 1 mg AOZ, FHEHA
e A A 10 nL AFEEERT, -20CABIRT, BRUH6 M.

4.17 AMOZ (WRmGEEAfCEYD)  FruEfE & Em: 1.0 mg/mL: AEFIFREL 10. 0 mg=+0. 1 mg AMOZ , FHH
ML AR IFE AR R 10 mL FREOEEIRT, -20°CA IS, ARUH6 MH.

4.18 SEM (WREPUMRACEMYD)  FrdEfB A 1.0 mg/mL: VERHFREL 14. 9 mg+0. Img SEM « HC1 ,
M HBEMIFE AR 10 oL AR ERF, 20 CRIBIRME, AR0H6 MH.

4.19 AHD (HRIESZ P brvEfg4Va7: 1.0 mg/mL: #AEFAFREL 13. 2 mg+0. 1 mg AHD « HC1,
HEERARIEE RS 10 nL AFOEREF, —20CHAIRRAF, G306 MH.

4.20 fHFEMRIR ARG bR e TAE W AERRTRE AOZ. AMOZ. SEM 1 AHD Frifffil 25 15, FH/KIZ
FHMBERCKL 100 ng/mL 1 10 ng/mL {RAVETR, 4 CAIBIRMTE, ARIH1MNH.

4.21  FHIEMRIRSRACHIR G AR TARE R HERRIAL R AR (4. 15) , FHZKE MBI i
100 ng/mL JREVER, 4CTAGRS, AR 1AH,

(@]

IR FNIR &

AR C i B IR DU AR AT R AN . e A% 55 (ESTD) B
B RF: JE 0.000 1 g F10.01 mg.

TRIEIRA

TR KB IR 7% AR 37 C £ 1 C.

Z0HL: 4 000 r/min.

AR TFAL

UKAE: B4 CAINEE.

N oo w N =

6 MELE

6.1 #FEmALIE
6.1.1 7k

e ARSI KEE 100 mL A 0.45 p myEMEdyE, T4 CIKFEIRAT .
6.1.2 REAY

BOIURRIRE R 100 g, KT EASMNEETRRICK)G, BHERCBHR, T80 H [ 57i i 73 25 B K R Rk,
T4 CUKFERAT

6.2 IKRREFILTHA
6.2.1 IKKESR

HH 10 mL CFERAE]0. 1 mL, V) /KEET 50 mLES-OE T, A 0.05 mLiES M bs TAEER (4.21)
WIHEIRA 50 s, FAIIN 5 mLERFRIATR (4.11) F1 0. 20 mL 2-FS3EK HEEVEM (4. 12) , WiEdR%50 s
Ji, BTEEAKBIEG S 37°C #NIREG 16 h.

6.2.2 STARYIMES
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FRECRES 5.00 g CRERAE00.01 g, m » BN 0.05 mLIB& Mbs TAEARTR (4.21) JRigRE 50 s,
BN 5 mLERFRVSWE (4.11) A1 0.20 mL 2-AHZERK AR (4.12) , IWiietRy 50 sf&, B TEE
KBIRG w37 C BEIRY 16 h.

6.3 REUE

B S AR =R, N 3 mL ~ 5 mL BEERE —HIAWR (4.13) , #37 pH &£ 7.0 ~ 7.5,
AN 8 mL ZFRZWE, IWiEHEY 50 s, 4000 r/min B 5 min, B EEERE 20 ml BEIS.LEH,
BN 8 ml LMRAFEEE FiREEAE, &I LERT 40 C FEAWRT. #EFIA 1.0 mL (V) HEE
TR (4. 10) IRTEIRGIAMAREY), B 0.22 um JEMELNE, 5. CEREMZREZ, A% RERE
HIECke e, BN 2 mL EdkimiEe S omaw L LS, BURERIE 0.22 um RELIERE, 50D .

6.4 tRETEshZHNE

S RIHERAFLEL 10 ng/mLIESFRdE TAEW (4. 20) 0.050 mL. 0. 10 mLF1 100 ng/mLyE-&FRAE TAERR
(4.20) 0.020 mL. 0.040 mL. 0.060 mL. 0.080 mL. 0. 10 mLF 7 /4 50 mLES.LF 0, FRANIIEE LA,
% 6.1.2 A1 6.1.3 LUERE, % 6.3 e, OiEKS ILH5RA.

6.5 ME
6.5.1 Bi%&EH

B Co A, 100 mm X 2.1 mm (i.d.), 5 pm, BRHEARVEREA 240 ik,

FEIR: 40°C;

HEFER: 20 s

WEhA: A . 0.002 mol/L BEERECIAW: B. ZFE: BREMRAERFIE 1, FEEN 5 min.

=1 REERETRIEF

B E] (min) A (%) B (%) WIE (ml/min)
0.0 85 15 0.25
1.0 85 15 0.25
4.0 30 70 0.25
8.0 30 70 0.25
8.1 85 15 0.25
10 85 15 0.25

6.5.2 FRiEEH

JR B S BN AT DA 2 A

a) BT RAEEBS SR ESD , EE T
b)  MEZHLE: 4 000 v;

c) EWSIESI: 35 psi;

d) B E: 3 L /min

e) BTAEMIBHERE: 350 C;

£) AR SMEEE: 10 v;

g) PR EFER SN (SR, EFR ISR T FE T AREEE R 2
h) Q1 FI&%E: 0.7 Das

i) Q3 IETE. 0.7 Da;

i) WHESJES: @A, 1.5 mTorr
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w2 OEFERNENGET. FETMMIEEES

H sk &4 BT (n/z) THT (/z) filb f# AE R (v)
. 236 104 19
NUANQCREIE EINEED 236 134° 15
07D, (R B b5 240 134 12
. 249 104 20
AHD (KR 22 PR AR 54D 249 1347 12
AIID-TC, W R O P £ 252 134 o
. 209 166" 12
SEM (PRI PEARACER)D 209 192 10
SEM="C-""N. (BRI P AR AR WA PO b ) 212 168 11
N 335 262 22
AMOZ (W B R AR 335 291" 14
AMOZ-Ds (kI & AR A b 340 296" 12

E: TR NERE T

6.5.3 EMIKIE

FEFRENNR S AE T, AT i DR B I 18] 55 R AE ) o Ok B I TRD AR R O 2242 £5 % LA, HLAG
PR TR L, H SRR T (B8 AYSREH 7 aRoR, N5 IR B 4 ARSI AR AR =
— 2, BOEARET] DU R IEARAE SR VALt r] DURESIN T AR BT AORE dh o (CSRIAE 7 1 1R B 5 R =
JELEMAF R 3 2K

®3 HESREFABETFEREEEX

UCHERE R B TR (%) FOVF R 22 (%)
> 50 + 20
> 20 ~ 50 + 25
>10 ~ 20 + 30
< 10 + 50

6.5.4 FEEMNE
R TRITER R~ SUHER TR (% 2)
=

BRAINREESS, # Bk 6,20 6.3 M LI 6.5 MEA&M4aATE, kRS LB,

6.6

7 BRUAE

7.1 FAGES B AR N ARVEREAT B Bh v, DAAGE W) L SR AR S BRI TR LA A
AR GBI EE S AR BE LUAB B A AR, 2l bRl 22, AR AT ot X O TR AR M 4B 5 N AR ) Ue
AR LA, FIFHARAERN 2, 15 2 o ) 25 000 < bl e R B2
7.2 JKEE SRS ERRIR SRR AR B Ll (D TR RS RN R A1A .
X=Ci o V) Vo o (1)
VER
X——FF i R R PRI AU B & &, B N ROE B (pog/L)
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Cr——HF i S U R LR AR IR B, S NN e 2T (ng/mL)
V——E B, BAONETE (L)
V——HEm AR, AT (nl) .

7.3 UURWIRE P AR SRR B B (2 TR IFREERIUIR T A1
A
A——FEdh PRHEER R & B, AR T (p g/ke) 5
Cr——HF i S U R LRI AR IR B, S NN e 2T (ng/mL)
V——E B, BACNETE (L)
m——FERL R, AT (g) .

8 FHERYE

8.1 KA PR IEIRmE AR A HH IR N 0.1 w g/L, EERN 0.2 p g/L.
8.2 LAy DU SRR AR AL BR N 1.0 u g/kg, EEMRAN 2.0 p g/kg.

9 FIEEYEER

9.1 JKPRINKEN 0.1 u g/L ™ 10 p g/L BHEUEZES 75 % ~ 110 %.
9.2 YURWIHIRINREES 1.0 p g/kg = 10 p g/kg BFEILZEA 75 % ~ 110 %,

10 HBEBEE
AR TTVE RN A AR AR 22 /N T-10%, - S IR] AR B v A 22 /N T 15% o
1" EEEmM

TR IR A AT E IR U, L3RR ARG 26 AR T AT .
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BHKHEmIFES FRER]
zS 1 0
= H7 AR fF1 mEB1a
W50 of +MRM (12 pait) 249.1001134.000 Da fiom Sample 3 (blask) of DataSET1 e (Tasbo Spizy) Max 2333 ops|
e as
2
-
z
= 54) 520597 826
m 20 B = B o B P = o0 i E ER el
% 155 k<3 kel 35 482 539 818 L=<} m 847 e 1001 1073
Timemin
LI 1000z # I DatsSETH M2 27833 ops,
. an
2000
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% £ 3 p<-3 o 35 482 53¢ 816 83 7 847 s 1001 1078
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” 7038
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0 120
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I 3C of +MRM (12 pai): 290.100/134.000 Da from Sample 10 (QC-1) of DataSET { e (Tutbo Spray) Max 83500 s}
a7
6000
o000
. a0
200
0 20 30 40 50 60 i) 30 o0 60 10 0 30 140
® 15 = B B = sn ote o m £ w28 1001 07
Time, min
I of +MRM (12 pais) 252.100/134.100 Da from Sample 10 (0C-1) of DataSET{ wet (Tubo Spray) Mo 76333 o35
i 4z
60
;o
=
200
i am 52 656 830
10 20 30 a0 50 60 70 20 o0 00 10 28 130 140
7 155 2 £ Y 2 5 616 3 ™ a7 23 001 1078
Time. min
G of +4BM (12 pais) 335.300261.100 Da flom Sampls 10 (QC-1)af DatzSET vt (Tusbo Spray) Max 33ed a5
. ]
30e 502
2064
= 51
10ea. &
5 p J1
) 20 20 a0 50 a0 7 20 o0 a0 110 20 ) 40
® 155 2 £ 5 x2 £ 610 3 ™ a7 2 1001 1078
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30
206
z
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0 20 30 40 50 60 30 90 00 110 20 120 140
e 155 = m £ £ 616 3 ™ a7 24 1001 1078
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[ 10es.
5
=m0
35
) 20 a0 a0 50 50 70 &0 o0 100 11a 20 0 140
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1408 n
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0 20 30 a0 50 50 70 20 a0 00 1o 20 @0 140
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I XIC of «MRM (12 pairsx 238.100/134.100 Da from Sample 11 (qo2) of DataSET 1 wif (Teso Spazy) Max 13¢5 cps.
1205 b
1005
Z smes:
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® 155 2 aw Y 2 = o o3 m 2 o 001 s
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I IC of +MRM(12 paicsx 240 200V134.100 Da from Sample 11(qo2) of DataSET1 vt (Tasbo Spuzy) Max 115 cps.
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