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% 676 &

RAECE 2% B ) AR R R R | & B AL, &
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BB E)RN Tk, T A, BN L HARLE,

BN
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Bt 44

vikb KU H bl S il
AN - wa Pk

1 SeH
A7 i T TR R ARDRHR A 3 A AR R R R AL S 25 4 S R
[ 4 Jit B 9 2 5 A

44T T 4 R 12 B B IR A LI SR

2 R FIFA A

DL BT LR, e Ak WA sh 3y ot 4, K 456 (A
S E KM fIR I 77 % ) (GB/T 6682 ) #LE By — K

2.1 XA

211 Thg: &4k,

212 WEk: @bk,

2.2 Bk B

22.1 5% JEER: EBTSOMLZE (2.1.1), mA250 mL
K, B,

222 01%FROFER] . EHAEHImLF R (2.1.2) ,
FEETS%CEER (2.2.1) FAZE1000mL, A4,

223 0.1%F B AER: MHEHImLFR (2.12) , AK
HHEE1000mL, &4,

224 05%FBRAER: ERBBSmLFR (2.1.2) , X



RBE1000mL, &4,

225 01%FEBRLIFHERI: HHAHHFI mLE R (2.1.2) ,
A K (2.1.1) HAEE1000mL, 4.

22.6 05%F B LIFER: R BHSmLFR (2.1.2) , A
K (2.1.1) HEZE1000mL, 4.

2.3 ArfE s

4477 R 4y AT B R B S AR L X (CAS) &
FE. TR BHEHBEAUREERGER . FEEFETERE
SRUUN s

2.4 FRME R EH

241 K& (1.0 mg/mL ) « B RARME & AR B AR E W
e A AR A RA, 2 EERR (F#E 0.0l mg)
ARV G, R R B S o 3 L VA R B 4R AR 1.0 mg/mL By A o i VR
AR ((EATSORAT ) B8 7 7 B 4 i 1.0 mg/mL #y
B E& B, FH, —18CRUTHBRE, AXMNA,
FEREE RN WA E R FER RA M B BRG

242 BAFREERER (10 pg/mL) : W # B BT 5 7
B ) B9 & 26 25 47 1.0 mg/mL 3 — AR v fif & 75 1 4-0.1 mL, % 7
B ERZI0mL, B4, FH K10 ng/mLEy R AR A 7
RANRE e (BAT ) B %] 0y AR v 0 4 08 7 B A VA N A B K 10
ng/mL ey 38 A AR VE B VAR, —18°C R UL T#ARF, AT,

2.4.3 B AARE TEE R (500 ng/mL~1000 ng/mL ) : V%
B — 3 % 4 8 A AR VE R A R 4£-0.5 mL~1.0 mL, & 7 #

g



3t

Bk

ERZEIOmML, B4, T—18CHRUTHELEAF. I FINE,
2.5 #A

2.5.1 #ILEHE: 022 um, AR

252 —RMESE: =1mL,

3 SR HE

3.1 @ PE AL

— P BEE A /NTF20000 (LA A] i1 Fm/z=609.2807  H v,
(FWHM) it ], FE## A E 7T AT 5 ppm

(m/z=609.2807 ) ; =R #HFEA/NT10000, DL N B HEAT

Bk

Wi, #RFELREFLATES TERS,

32 SR

# %£0.00001 gF20.01 g,

3.3 mae AL

3.4 B EEIFRE

3.5 KRB S

# 3 A% F 12000 r/min,

4 R HR

4.1 I

TEE R G2 g (B E0.01 g, BERERREE AT
73

0.425 mmix I 7% S H ) FS0mLBE w4 1, YE# i N0.1% F B

i

4 °C

w1 (2.2.2)20 mL, & 7% 3k 3% & BLS min, # = £ B 10 min,
T 8000 r/min & /&5 min, B b W& 1t 0.22 um 4% 7L &

(2.5.1) , f#EEMMR,



G T RHA e (Led) 2 ERE, EEREE
EER, HO0.1% B AER (2.2.3) #E, 4°CT12000 r/min &
4 min, BCEVERTT0.22 pm B FLEAE (2.5.1) 5 BE EALIR

42 M T

421 WATETE S L

a) it CiyitiE, K100 mm, K 7/22.1 mm, #r421.6 um
(fL&aH1-420) , sS4,

b) ®i%4f: BEH Amidet &4+, K100 mm, W7%£2.1 mm,
MAZLT7 um (1L &49421-447) , S AHE L F,

c) Al : 40C,

d) #FE: 3ul.
e) M : 0.4 mL/min,
MR AR P AR 1A R 2,

%1 013@. 1£*§E‘f§lﬁﬂfﬁ%£ i%

ESI' 3 #54% X ESI-4 #4 4 =,
4 Bl/min (& H %f% 1—384 ﬂ;f#ﬁ;: (& H T 75 385—420 &4 )
0.1%FBA | 0.1%F 8 7
% }Z/OZ ' i;j&; H A% L%
0 98 2 98 2
0.50 98 2 98 2
1.00 85 15 85 15
20.00 2 98 2 98
22.00 2 98 2 98
22.01 98 2 98 2
25.00 98 2 98 2




%2 BEH AmideBiEHEHEEXHIEF R

ESI* 4 #i 4 A,
i 8] /min (FEHTHZ 421—447 (064 )
0.5% H B8 KV /Y% 0.5% ¥ B 7 JiF 5 3 /%

0 10 90
0.50 10 90
1.00 40 60
7.00 90 10
9.00 90 10
9.01 10 90
10.00 10 90

422 TR HEFESE A

a) BEHEX: BREEE

b) AN E. ABFWELHR LA AH; 23H/#&
WM = F A, SR Y AR

c) MSH# 3 : m/z 50~1000,

d) MS/MS##i & Bl : m/z 50~1000,

423 WP E R E K

A E(F k) NEa PR AR 4, TR
CAST . FEHETFT (2 THT. RTUEF/ERTFHETH
AR BT ) BORE AR T L L 2 DL R AR T WK U L
FEAERE B T AR X F AR W BT [ . K Al 500 ng/mL~1000
ng/mL By AR TAE A SR KB R TR & —m f i |, &
BT R E AR N <5 ppm, —HEK B TR Z N <10
ppm, AEHENRENXAS. ¥, KAFRNEGRE, UK




RENFEHNELET.

43 &

BREHREREFOHEE -RFET H10ppm, — AT HT
#4120 ppm, w43 HT IR Y 4 B TR AT, BB T HR
Wit () &, B 5 2B B EF ez
EHAT . A RFH A RITHF LM, TN HE
E| S0

*®3 MEFESMH

H R R H & &M

KRB BNERRPELRDT 5 DRIFR

1) F% 1 (SIN) FAH, N S/N=3

15 5 0 bz B 3K 2) YU SN FHFAEMH, YL IS%EEE AT LT
Ve A A A B S R I R AR D AR 1 TR

1) —ZHEF m/z=200 B, HAExHRZ M <10 ppm

T E VA
R 2) —S%HET m/z<200 i, H4xHEZ <1 mDa
4.4 #ik

i & 2| SO P MR i 5, BLEER B35 Ao B BEAT X IR e
SEFERIRE N 5T ERNEWIRE T, ke s
HREADNHEaEN, NEERRE R PHATRE ., BRER
BRREOEAEE - HBET HSppm, —HTETFH10ppm, *f
AN TR R B TR B ATRI, WET RN EE T )
W, XA S R F AT 6 R4 T AR ERE, MAIAN &
FEE, DA PR



&4 BTN AIE FH

F R B H 4
ARG BB K TR 8 26, BEAr 5 5£ 47
PR B 1] Y & DAAE R 4 R0 E BT AR PR O B DB B 4 X DR 22 L K
+ 0.2 min,
— BB F 8 m/z A8 X R 2= <5 ppm;
FUE VR ZRF BT m/z A XHE Z < 10 ppm;
% m/z<200 B, H 43¢ % <1 mDa,
MEHAFEAEZESNHAFREIAREEZRMLE
Bl L R 1 RN, I BB miz BLAT A B AR A AR LB VR
PEBEK
RGBS, EFEFRFETH 2 M2 AU
BMEMAMEFFELL | EASGERTREEREER, AEEAEFEELAA

KSR ARFREEK,

R 5 EEMEMENBEFFENEKRITRE

BT EE /%

>50 20~50 10~20 <10

T B AR Z /%

+20 +25 +30 +50
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