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To
4 FEIRIE

AR RIS, JOBRPE R B A, 2O G B, B/ BOE AR i ATB-
MR A2B-BREH . IB-BEE B MREIREL, FIACRFFIEIRBORES , WhnEE R, TR
UREH AL TUB-RREE A A2 RIB-FEE A &

5 HFFIF#

e BRARGA U], AT TR oAl 7K GB/T 6682 FLE I —2K
5.1 Rk
5.1.1 BRREEL (NH4HCO3) o
5.1.2 4% (CHs;COOH) ,
5.1.3 R (HCOOH) : a4l
5.1.4 ZJF (CHCN) : fajikal,
5.1.5 BRPEBEE IR R AF g E S0, BEG J) = 3800 USP units/mg pro.
5.1.6 RapiGest RG] 2 AMET 95%.

5.2 XFIECHI

5.2.1 PRER A (100 mmol/L ) : FREX 0.79 g MERR A%k, /KIS B2 100 mL,

522 LR (1%, V/V) @ BEL0.1 mL &/, HKFEZE 10mL, B2,
523 BREEEAR (1 mg/mL) @ FREL 10 mg BRPERESR A, 1 1% O RIS RS it 5 7 B

F 10 mL, 2%4)5 8 —20°COKFIRAT, A% 6 1 H o

524 WEIKER (0.1%, V/V) @ WEC 1 mL HER, FKFEBEZE 1000 mL, 1R,

52.5 WRRAMEER (0.1%, V/V) @ WHC 1 mL HER, FZIERBEZE 1000 mL, R4,
5.2.6 BEEHRSERIATC: PRI 100 mg () RapiGest 1 IG5, 1 100 mmol/L iR S AL 1A TR
W EAR 2 100 mL,

5.3 REm

53.1 Fp-FRAE A SR AL ARifESE (CAS 50 9000-71-9) @ HE4AEE>95%; sS4 EHIN
I T AR A3 AR Y T

53.2 Fp-FRIE A SRR A2 ARifESL (CAS 50 9000-71-9) @ FHE4EE>95%; 4 EZIA
I T AR A3 AR Y T

5.3.3 Fp-FERIE A SR ThRUES (CAS 5@ 9000-71-9) : FHHLEEE>95%; B4 EFINE
I THRAED TIEAS bR I
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53.4 Al B-TRAE AR KEL . THPFAQTQSLVYPFPGPIHNSLPQNIPPLTQTPV VVPPFLQ
PEVMGVSK, %rFi& 5359.28 Da, #liJ¥>95%.
5.3.5 A2 B-F&HE AHFIEIKEE : THPFAQTQSLVYPFPGPIPNSLPQNIPPLTQTPVVVPPFLQ
PEVMGVSK, 4F4 5319.28 Da, #4lif>95%,
5.3.6 1p-MEEFHHEIKE: : THPFAQTQSLVYPFPGPIPNSLPQNIPPLTQTPVVVPPFLQ
PEVLGVSK, 4> F#& 5301.17 Da, #liJ¥>95%,
5.3.7 Al B-B&#E Al Z4FEIKES : THPFAQTQSL*VYPFPGPIHNSL*PQNIPPL*TQTP
VVVPPFL*QPEVMGVSK, 4;F#t 5387.26 Da, 4li/%>95%.
5.3.8 A2 B-l&HE 1 Al ZAFEIKES : THPFAQTQSL*VYPFPGPIPNSL*PQNIPPL*TQTP
VVVPPFL*QPEVMGVSK, 43F#t 5347.26 Da, #li/%>95%.
5.3.9 1B-PEE RN ZHHE KB : THPFAQTQSL*VYPFPGPIPNSLPQNIPPL*TQTP
VVVPPFL*QPEVLGVSK, 4 & 5322.17 Da, Zli[F>95%,
HE: 1.534, 53.5, 53.6 iNERIFEREBAMULRESHEH, CRTBELRUE.

2.33.7, 3.3.8, 339 KBIFFTER*WEERAFAEIFCERER, L*H Leu-OH-Cq, "N,
5.4 AR RES

5.4.1 FB-WEHE A AR AL ARUERE R IAI (2 mg/mL) :© FREX 20 mg CR§BAIE 0.01 mg ) 2F
B-Fis TR 7L A AL ARUES: , JHBRIR S BRI T E A 2 10 mL, 1R Kt 3)1m
B, F-20 °CIRAF, HAGH 6 1~ H o

5.4.2 4B-MRIE 7S TR A2 bRUEREATAI (10 mg/mL ) : FREX 100 mg CKE#f 2 0.01 mg)
P B-BEAE USSR A2 BRiERh, TIBRIR S B RIA T E A 2 10 mL, RS MRS R
R, 20 °CHAAE, AW 6 T H .

5.4.3 FB-FEEE A TR TR ERF AR (2 mg/mL) : FREC 20 mg (K55 0.01 mg) 2FB-
IR R SR TAR S, MR A IR E A E 10 mL, 1R FIEIREEH 2k
i, T-20 IR, AU 6 M H .

5.4.4 A1B-FRIE A FRIE K Befil 4149 (500 pg/mL ) FREL A1B-E& 2K A FRAEBKBOM K 5 mg
(KRB E 001 mg) , FAKEMIFERZE 10mL, R FIRBHEBIMED T, F-
20 °CHRA7, AR 6 1~ H o

5.4.5 A2B-F&HE A HRAE K BEA% £ 7 (500 pg/mL ) : FREU A2B- 43R (R AE K BEARE & 5
mg (KHIZE 0.0l mg) , F/KEMIFERZE 10mL, B2, BEREBEBEIR S, T-
20 °CIRAE, A% 6 A .

5.4.6 IB-& B U RRE BRBOAB & A T (1500 pg/mL ) - FREX IB-F% 2 FH AR AE K BEARVE i) 5 mg
(K# % 0.01 mg) , HI/KIEMIFERE 10 mL, 1R, BIEREFEHRADE ), F-20 °C
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fF, AR 6 1A

5.4.7 A1B-E R A R R AFAE R BEAE A 1A (500 pg/mL ) = FR A1R-F& R 1 R R AFAE IR BL
PRt 5 mg (KT E 0.01 mg) , HIKIEMIEIRS, HFERE 10mL, R RFRER
FERDER, F-20 °CRAAE, A% 6 A

5.4.8 A2B-JE R 1 A R AFAE AR BEAE AT (500 pg/mL ) = FREC A2 K 14 [A) 13 R AFAE K
Bebriedt 5 mg (FEHHZ2 0.01 mg) , FUKEMIFESRZ 10 mL, R, FHEREH R R
R, T-20 °CORAE, AROH 6 M H .

5.4.9 1B-F&ER A A ZEARAE K B A% A 00 (500 pg/mL ) = BRI IB-& 2K (A [l Z AR AE K BE bR
#Edh 5 mg CKEBIZ 0.01 mg) . ADKIEMIFERE 10 mL, 1R, RAslEE BRI EPH
T-20 °CERAF, AR 6 1 H o

5.4.10 B-FEEE AL MRR SR BIUEB-BRE L K Al PRIERE VA . “FB-BRE A
AR SR A2 FRUERG AT . AR B-TE AR R SR TARMERS &% 2 mL, RIRRIR S Bk I T
K% 10 mL, 82854k Al f9HKEE R 0.4 mg/mL, Z854A A2 (VRS 2.0 mg/mL, 28541
AR 0.4 mg/mL,

5411 [ANRAFFEMRBOR AT (50 pg/mL ) : FBEHL AIB-BEHE . A2B-FE & A IB-Bg 4R
FI R 2R FHE IR B A A | mL, FIBRFR A EOE A 2 10 mL, 1R FHI IR 2 RS
H, T-20 °CIRAF, AR 3 H

5.4.12 PRUERY LAV : FEHUB- B4 &2 IR GV 25 uLy 125 pLy 250 pL. 500
pL. 750 pL. 1000 pL, FHBRMR S EIABE R 2 1.0 mL, 15 AIB-BEH H K E S 0.01
mg/mL. 0.05 mg/mL. 0. mg/mL, 0.2 mg/mL., 0.3 mg/mL. 0.4 mg/mL; A2p-F&H H ¥
&4 0.05 mg/mL, 0.25 mg/mL. 0.50 mg/mL. 1.00 mg/mL. 1.50 mg/mL. 2.00 mg/mL; IB-
fi% 8 H ¥ E A 0.01 mg/mL, 0.05 mg/mL. 0.1 mg/mL. 0.2 mg/mL. 0.3 mgmL. 0.4
mg/mL; I 7.3 20T 5 [m] I A T A

6 MEFIXF

6.1 Bk

6.1.1 RINMEMBTELHE: 2mL. 50 mL,

6.1.2 FNMM BT : 2 mL,

6.1.3 KZEHadIEd%: 0.22 um,

6.1.4 14f4s: 1-5mL,

6.2 W

6.2.1 FROBARRE -/ A . A HUsE % B TR
PR, 0.1 T RN (AMU)

=i
{8
=
=

BB, 1~2000 ek (m/z) ;
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6.2.2 K¥: Ear 0.01g; 0.1 mg; 0.01 mg,

6.2.3 Wik G IR BAMLT 2400 ¥2/70 480

6.2.4 PR VRS o

6.2.5 TEIEKIBEH

6.2.6 TEHIRIRAIN: WEEEHIREE <0.1°C,

6.2.7 THHESWAS: 1~10 uL. 10~100 pL. 20~200 pL. 100~1000 pL

7 PR

7.1 IRFER 55 TR AT

WHARRMEFE R 20 200g, WASHER IS G TA G PERERE, T 0°C~4°C
VAERORAE, T SRR SIS M T A S PR, R T TR, &,
7.2 A

PRIBUAFE 0.5~2.0 g RSB 0.1 mg) THEM, FHBRIR A (5.2.1) FEVEMG
¥R somL AR, €A EZE, BRI,

7.3 Tt
HERFZEL 100 uL EIRFRAER BRI T 2 mL B R E.O8 T, InA

200 pL BEfFZE MR (5.2.6) « 50 pL [AM R FRIERBOR G (5.4.8) F1 10 pL A
B, Fo/MIRANGE T 37 °C NAE IR B 2 /Nt BESERUS, A 10 pL FERZL 11,
SRIGINA 630 uL ZKIRA] ( BVARUS 1 mL) RAEE T 37 CTFEFE 30 min, i 0.22 pm 3§
TR TSR R RE L, ERORR € 3 - i/ o 1A SASEN

i BLENRSTERBEI, DRTUMEBREHF,

7.4 UFBEEH

7.4.1 BAREIESE AT
a) OIEFE: BEREIE Cishl, FEK 150 mm, H:N4E 2.0 mm; HBGKAE 1.8 um, LI
30nm (300 A) BAEHCE, BLEIERE>3000;

b) AN A: 0.1% M MIKIEW; WaitH B: 0.1% M IR ONEH;
c) BREEUENL: SHWBIEES A 1;
d) JiEk: 0.3 mL/min;
e) FEiE: 40°C,
) FERRIATR: 5L,
*1 BEERSEEH
i 1E] (min ) WA A A B
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0 95 5
1.0 95 5
3.0 65 35
7.0 55 45
7.5 0 100
10.5 0 100
11.0 95 5
14.0 95 5

7.4.2 FES%H &N
a) HIMEIZERIA: ESI+;
b) B 2R E T (MRM ) B
c) BAEHIE: 3.5kV;
d) HEFLHLE: 35 kv;

e) WA 300 °C;
f) JBVAFI i 800 L/h;
g) HEFESHILL2,
#2 HRBIHESH

RETWw2 BT FEF R

# [M+4H] 4 [M+5H] 3* HEALIBIE(Y) (m/z) (eV)
715.1% 30

Al B-FB A A RE KB 1340.6 1072.8 40
1966.6 30
718.5% 30

A1 B-BEEE (A R R AR IR B 1347.3 1078.3 40
1976.5 30
715.1% 30

A2 BT A A RE KB 1330.6 1064.8 40
1946.2 30
X 718.6* 30

A2 B-BETE H R R FFAE KB 1337.8 1070.3 40
1955.9 30
) 706.2%* 28

1 B-To 8 HFRTE KB 1326.4 1061.2 40
1222.8 28
709.6* 30

T B 25 1 [mlor ZE A0 IR B 1331.4 1065.3 40
1229.1 30

E: AERET; SETRIEIEHSESIER; ARG, FESEANTRAEZR, WER
JOrHs B A FRAL B e b o

7.5 tRELIEHZAHIE

V5 Tt ik A B AR R 9 ARV IR (5.4.9 ) ARUKTE ABORE (3% - B/ B i A%, I % AH
f%WﬁAouﬁ@%ﬂ%ﬁmAm%%E\M&%%Eﬁm%%E%WEﬁE%ﬁ,
AU E A R KB 5 0 O [R] 37 ZR AR IR BE A W TR LU (ER AR bR, il 2k o Aot
VIR T TR DLRM 2 18T ALT o
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7.6 ikAIME

o Tl g Ak B A8 VR VBT A RO €3S - Bl / 3, A AL H bRl & P i e T AR
R B 470 A5 B O ERE AT RO ALB-IREE . A2B-ME H A IB-BkE H
AOA R, VBRI TG P DL R 18] A2,

7.7 =AIAK

AFRBORHE, 1% 7.3 BYALHAPBREE, DA EA TN P
7.8 EMFIE
FEFALB-BR A . A2B-MK AR FATIR- 15 8L 1 it (e ) R B 1 [ S5 B AR
HE L A b o i (T A 11 O B IF (R A BB, 22 DL AE22.5 % Z N T A E Tk T34 H BE
(S/N=z=3) , EAGI Sy g A X = B 25 -5 ok BEAR 4 AR v AR 4205 — 8,
FeVF i 22 AN 23 MUE G o
®3 EMRBEXNBEFILRHNRARITRE

AT FER (%) >50% 20%~50% 10%~20% <10%

ARV (%) +20% +25% +30% +50%

8 AMERHIRR

8.1 ZHRITH
TR FhT AL 1180 A2D- 2R 15K TR 1RO S Bt (1) 315

pxV xF

Xi:mxlOOOX1OO ....................................... (1)
A

Xi— A ALB- 28 B A2B-F R Bk IB-ME SR i &, R W e B A e
(g/100g) ;

p— AR AR AE LT AT 2 1R B RO ALB-E R A2B-T AR e IB-TA%
EHMWEE, PR AEZTE (mg/mL) ;
V— ISR RE AR, =T (mL)
F—— B MR BEAG AL
m——IRFER, AN (g) o
AR AL BIB-EE H S (2) 35

A
X—FE AL B B-IE A& &, A ws A (2/100g) ;
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Xar—AFE AIB-BSER AN &5, AR H 7 (g/100g) o

AR A2 RIB-EEE H SR (3) 35

A
Xo—AFEh A2 B B-BR R RS i, BN B 5 (g/100g)
Xar—RFE A2B-BE R S, BN B 7 (g/100g) ;
X—— B IB-BEE A&, AR AT (g/100g) .
THA LS AR B 2/ INEUS SR A,
9 EEH
FEREEMERMT, AP E LS T3t 20, AR B ARFHEN 15%,

10 KRHREEER

MFRERE N 2.0 g I, AIB-BEER AL H R K 2.5 mg/100 g, & &FRN 8.0 mg/100 g;
A2B-FE A R FR N 12.5 mg/100 g, & =R 40 mg/100 g; 1B-FE& & Kz PR A 2.5 mg/100
g, EmFRA 8.0 mg/100 g,
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15: MRM of 3 Channels ES+
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