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BHy)lEEFRm. AEMAIEEAMPa-IRERFP-FIKER
H’] N E

AR EIE-Bus/ Bug ik
1
ARSCHRRUE TS LRST i FUIHY BCRLIE 2R b b aBL R 1 RB-FLEREE 11 o
T i
ARSCHRE TS0 LB i FLIR RRLI R R a- B R A RB-FLERER 1 A

IE, ANE T AR sl 0 LT B LS 3 Ry S I 2K A sl A9 LIS R . 7L
T AR ORI 240 LRC D5 & b a- 2L A R FRIB-FLBR A T E

2 FERE

ERE P I a-FLE 8 HIB-FLERE B 7E—E R 1F MRKIREIEREAL . BRIt (1 i
IR RE BEREY) O a-FL AR B A B-FLERE H RYRRIEIRBE,  PELEREAE I b IR LR bR
iLMa-FLEHEEMB-FLERE AL RE:, B e, Bk Bkl Ka-7lHEH
HIB-FLER I H RSB ER -5 e [F) A2 A T S AU PN A A B, 5 s AR B2 R b ic i
a-FLHE B MB-FLEE A RHERE:, flfa-FLHEEMB-FLEREH RS T, Wisik
EH,
3 ANk

E BRARSAUM, ATTE TG N AL, KO GBJT 6682 FUERY—ZK,
3.1 iH

3.1.1 IRk (NH4HCO;3) o

3.1.2 “HABERE (CaH1002S2, DTT) o
3.1.3 BYRZEENE (ICH,CONH,, TAA) o
3.1.4 Z& (CHsCOOH) ,

3.1.5 Ffkis (CaCly) o

3.1.6 & (HCOOH) : a4l

3.1.7 ZHE (CHsCN) @ fajial,
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3.1.8 BRPEBRE ARG : W5 1K T 10000 1 PR A2 VAR
3.2 RFIEH

3.2.1 FREREAVAIR (500 mmol/L ) @ FRUN 3.95 g kIR A4k, /KA #iFE % 100 mL,
3.2.2 ZERIMVBEEEEIR (500 mmol/L) : FREX 0.771 g AR, FH 500 mmol/L HIFRFR A
USRS I B2 10 mL,

3.2.3 MR Z WA (500 mmol/L ) : FREX 0.925 g A ZEENE, F 500 mmol/L AR A
SRS R 2 10 mL,

3.2.4 LRER (1%, V/V) : BEL01mL &8, F/KMBEE 10mL, B4,

3.2.5 R EEHAMR (0.5 mg/mL ) : PRI S mg WML AR, JH 1% BRVA A e IG Wi Be
% 10 mL, 73355 - 20°CUKFEIRAE, BREH 6 A

3.2.6 AL (500 mmol/L ) @ FRHX 0.555 g S4b45, F/KIEMEMBEE 10 mL,

3.2.7 WER/KIEW (0.1%, V/V) : WH 1 mL BER, FKMBEZE 1000 mL, B2,

3.2.8 RIS (0.1%, V/V) : W1 mL iR, FHZIERBEZE 1000 mL, B2,

3.3 iREEM

3.3.1 a-FLEAEARMES (CAS 5 9051-29-0) @ T 14178 Da, #liJF>85%, K& EK
WIEF 52 T PR AEY) I 45 B bR vEY) i o

3.3.2 B-FLEREAFRES: (CASS: 9045-23-2) @ 43T 18320 Da, 4l >85%, miZFERK
WIEF 52 T PR UEY) OIS B bR EY) i o

3.3.3 a-AEEHEMEIKE: ( VGINYWLAHK ) @ 2 F& 1200.24 Da, 4ifE>95%.,

3.3.4 B-FLERE AL AKEY (IDALNENK ) : 4314 915.58 Da, 4fiJ¥>95%,

3.3.5 [AfiZhricia-FL A B EERE: ( VGI*NYWL*AHK ) : 4»F& 1214.24Da, 4l

295%,

3.3.6 [AIfLZARCHB-FLERE FARFIE KBS (I*DAL*NENK ) : 43T 929.58 Da, 4fiJ¥>95%.

i 1.333a-AEBAREREBA 3.3.4 B -HLBRE AL RB U AL RS 30m0 e t4 B1  6 F o
2.3.3.5 7 3.3.6 BRBLFF A * SRR N A EIRICEER, L*H Leu-OH-PCeBN;; T*24 Tle-
OH-13C 65 15No

3.4 FRAERRELH

3.4.1 a-FLHEHEPREMZER (1 mg/mL ) :© FREa-FLH &AM 10.00 mg~11.76 mg
(FERRAiEIr R, KME 001 mg) , FI/KEMIFESRZE 10mL, B2, BEREEE R
M, F-20 °CLREE, AxdH 6 H,
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3.4.2 B-FLERE FIAR ERE AR (1 mg/mL ) © FRECB-FLEREE AARE M 10.00 mg~11.76 mg
(HE RO, K2 0.01 mg) , AUKIEMIFER 2 10 mL, (R FmikiEts 2k

R, T-20 °CIAAE, AR 6 M

3.4.3 a-FLH & HARHIE KB 2 T (500 pg/mL ) « Hta-F1LH R HAFHE KB A 5.00 mg
(K2 001 mg) , JAKEMIFEARE 10mL, R FIRBREBIBEB T, F-

20 °CIRAE, AR 6 M

3.4.4 B-FLERIE HRHIE KBRS AR (500 pg/mL) © FREXB-FLERE B AFAL K BIARHE S 5.00

mg (Ki#E 001 mg) , F/KEMIFERE 10 mL, R FEREBRIMER T, F-

20 °CIRAE, AR 6 M H

3.4.5 [FNL ARG a-FL H & FRHAE IR B BAGE 275 (500 ug/mL ) - FRER[EIA RARICHY
a-FL H E AR KB AR HE A 5.00 mg (KEHIE 001 mg) . FI/KEMIEIRS, HEAEZE 10

mL, RS, BB EEEDT, T-20 °CIRAF, AR 61 H o

3.4.6 [A) A RARICHY B-FLEREE FUAFIE IR B & (500 ug/mL ) © FRILF LR bRic iB-FL
BRAE FAFAE AR BE 14 5.00 mg (K512 0.01 mg) , FIKEMHEAZ 10mL, R, KF
WS BIBRIH , F-20 °CHRAE, A 6 M H

3.47 EHAMEPENEGHEW (a-FLHEH 150 ug/mL, B-FLEKAH 450 pg/mL) : 25l
HER 1.5 mL a-3L A% E R ERE &M 4.5 mL B-FLERE A ERE &0, JTKRBIEEA
F10mL, RS AR ZIEEAE T, T-20 °COAE, ARAN 3 H .

3.4.8 [AALRbRICH a-FL A H A B-FLERE FRHIE KBRS (2 ug/mL )+ 23 e I
W40 pL AL ARIC A a-FL A B-FLER AR VAR IE IR Bt 2, KRB IF E 4 2 10
mL, B, FHERER BRI, T-20 °CIRAF, AU 3 A,

3.4.9 FRIVbRUE LAEW : HERRRIUR EIbR E P [RITR AW O MLy 20 WL, 50 L. 75 pL.
100 UL, 150 WL, 200 UL, #RJ5HKERZE 1.0 mL, %M 5.3 58K R R b ik S
fitto FIfd RIBRE LAEE AR . a-FLEH A HS 0 ug/mL. 3.00 pug/mL. 7.50 yg/mL.
11.25ug/mL . 15.00 ug/mL . 22.50 pg/mL A1 30.00 pg/mL; B-FLERE 1M 0 pug/mL. 9.00

Mg/mL. 22.50 pg/mL. 33.75ug/mL . 45.00 pg/mL. 67.50 ug/mL #1 90.00 pg/mL,
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4 MEFNRE

4.1 #Et

4.1.1 2 mL RN IR O

4.1.2 —WHEESEE: 5mL (4 0.22 um fHfLugk )
4.1.3 2 mL RN Kbt 28 REE R

4.2 W

4.2.1 FEROBAREIE-FRIRBTE L A RS B IR BUEEGEHE, 1~ 2000 Fifi ke (m/z) ;
SRR, 0.1 JEF BN (AMU)

422 RF: J&EH 0.01g; 0.1 mg; 0.01 mg,

4.2.3 WHEIRA v PRGHEENITT 2400 /508
4.2.4 B HIRGES

4.2.5 fEE/KEH,

4.2.6 EAfEREIRE: WEBAEE <0.1°C,

427 WSS 1~10 uL. 10~100 L. 20~200 YL, 100~1000 UL

5 iR

5.1 IR S IR AT

WA ARRIERRE L 2220 200g, WRASHESM R S S G T d P VEIRRE, T 0°C~4°Cik
FarpORAr, &1 SRS S8 T A R, HR T TR, &,
5.2 A

B LB B s PRECEAAE 2 0.1 g BRI IS 1.0 g (R 2 0.1 mg ) T 50
mL Beprh, RUKFEM S (AR AT SE ] 40 °C~45 “CIlKIEME ) , #2100 mL 45
i, TKERRZIE, AR S B .

FLER . FREUREEL 0.1 g (KE#I 2 0.1 mg ) T 100 mL kR, JHI 40 °C~45 °CiRK¥%
fitfe, ¥ E 250 mL AR, HKERBZIE, ARl S mEE .

FLIEE AR FREBUREEZ 0.1 g CREIZE 0.1 mg) T 50 mL B, Fil 40 °C~45 °Cili
KERIG , R 100 mL Awii, AKESRZZE, HYEHBURA 1.0 mL £ 10 mL 4
i, KERBZIEIHRY), Frbeib 5 .

5.3 Ji AL S
HER RS 200 UL _EIRARHEBANARER R T 2 mL RV A B SRS O R, A

200 pL AR PR S ELIA TR 10 WL i A i, TRSIE T 70 “C MR R N 30 min; KA
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2=, A 30 uL U L BERGA W, A )G TREALERHE 30 min; RN 58 G ITA 10 uL
FACES A 10 pL AR A BHA TR, FToMRAIE T 37 “C M EIRBEAR 5 /N o BEffE U
A 10 pL HRRZOE O, IRAEE TR F#E 15 min, SRJEHA 50 uL [ R pnichs
TERRBOR AT (3.4.8) | 480 UL 7KIEA) (EAFRA 1 mL) o 2t 0.22 um JERE TR A
SRR, SRR 35 B B R
I SeEHMTTERERIE, ERTIIMNEBREBEEF,;, MARMCRFCHERRBRERT
5.4 NUB/BSEEH
b.4.1 WAHEIES %1

a) kA ARSI Cisdl, HEK 100 mm, HHA4E 2.1 mm; HEPRAE 1.8 um, fL#2

12nm (120 A) & ;

b) FLBIAR A: 0.1% M RRKIEW; TBIAH B: 0.1%H R IV ;

c) BREVENL: SEVEBMES L1,

d) JiE: 0.3 mL/min;

e) HEE: 40 °C,

f) HEREARL: 5L,

*1  HEXAMSEEH

B 1E] ( min) A A st B

LG 95 5
0.8 95 5
1.2 90 10
2.5 83 17
2.6 77 23
3.8 77 23
4.0 0 100
4.8 0 100
5.0 95 5
8.0 95 5

b.4.2 BUiGSH &M
a) HIMIZEHI: ESI+;
b) Bk =l 2RO E I (MRM) B
¢) BAEHE: 3.5kV;
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d) H#EfLHEE: 35kv;
e) Wi : 500 °C;
f) JBLvA R . 800 Ljh;
g) HEFESHILL2,
*2 BIKBESH

NI FETm2) #ABE FET MHHEER
[M+2H]?* \)) (m/z) V)
QT B FIRFERE: 6011 5 S o
aFLEE ARG EIFERE 6081 500 s
B-FLERER FHFIE kL 458.8 0 e
BB AMREIHEILE 4658 0 s

H: HERET; FREES, FESHEEHFTRAERZR, WER0RRE & BIRE,
5.5 IR TIEHZAHEIIE

B le S AL TR AR (5.3 ) ALBRIG AOARIE R TAREW (3.4.9) ARUCGE B (355
B, DU AR R A TETAR o LABRIE 225 A AR a- 31 8 R B-FLIREE 1 Ak B DA e A
bR, 2R AR P RFE SR B 15 X 17 [ o7 R R AE SR B e T AR LU (B A, 2l bl 2 o
PRI IR A TE TS ULIET ALT o
5.6 IRKHIME

R iR ot A AR (T RO A BURR E3i5- ils /Joi , IASRH L H b P 5 P i 1 R
AR AR I R 70 35 BRI EAE B OB a- 3L 3 E A B-FLBRE F RO B

5.7 =HiIA®

AFREGARE, 1% 5.1 BT P 9REAE, DA SA TN I
5.8 EMEHIE
TR P -7 A R P 0 B- PR AR R o 8 A 1 o TR 5 o TRV b O 1 s e
o o 0 S 1) P B B TRIAF LA, Im2E W 7E£2.5 % Z WMo i e s Pl (SIN23) |
L AGHIN 3] 1) 8 5 ARG = JBE I 214 5 B2 AR Y AR ME AR WA X B — 3, HAuir i 25 A
EFR3E T
#3 EMMBENBFLEENEALITFRE

AXTE T (%) >50% 20%~50% 10%~20% <10%

SRR (%) +20% +25% +30% +50%
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6 SAMERHIRR

6.1 £RItE
e a-FlEEA S B-FLERE A &L (1) 15

__ pxV xF
~ m x 1000

A

X—idfeha- AL AEN, SB-FUREAMEE, BN E A (mg/100g) ;
p——HAE bR 2 A B R B R a- LA, SB-FLERE IR
AN ZTE (ug/mL) |
V—iA R E AR, BN T (mL)
F—— R MR RS EL
m—— TR, ACASE (g) s
T AR IR 2N AL

7 REE

TEBRSPERIET , RIS E LRI AR 228, AFHE HARFER 15%.

PR

2]

8 &

MEAREE R E R 0.1 g b, a-FLEHEA MK SRR 6 mg/100g, & & RN 20
mg/100g; B-FLERHE KRR N 8 mg/100g, EHFR A 25 mg/100g,
MW 1.0 g B, a-FLAE A KRR 0.6 mg/100g, &&= RM 2.0

mg/100g; B-FLERHEE AR HEFR A 0.8 mg/100g, %R 2.5 mg/100g,
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Bt & A

(BRI

B Al a-3 B EAFHERR R R E TIER R &E & IE- Bl ik E

<1 UL au

Lg2dRRE aBLERBIARE

e

155

601.17-654.4+
cABEARREEES T,

601.1>284.4¢
cFLEERBEREER T

608.12>284.4.
cIAERREERSHEEST.

608.12>661.4-
FLABEBRUERSREES T

oL A E A (30.0g/mL )R ERK BT A ) o 8

10
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B A2 B-E3KE B HHERR R R A TAEB R A RAE & - il ik B

AT:00-50

100
0

BEl,sBE8EBAR

BEEBB A

B8

BEEEBABE B,

SM: 1

56

458.87>229.1+
PHBERNEHEEST.

458.8 -688.4+
pAHEABRUEEET

465.87236.1«

465.827695.4-
pAHERRuRHRHERST

BAHEORUEREHEES T /\

02 04 a8 o8 10 12 1 18 158 20 22 24 28

o
@
e
=

Al B-FBKEH(90.0 ug/mLHEK B R R RN BIERILEE

11

42 44 48 48



