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SyfimhFERMEZERHY
REERNNZE
& 18 & - R B R i

1 EH

AREME T 4 P8k 4 AL 5 v 0 -2-78 B8 (quinoxaline-2-carboxylic acid) F1 ¥ Z, B¥
R4 3- 9 30 nE k-2- 3R BR (3-methyl quinoxaline-2-carboxylic acid) 5% 8 Bt i WUHI 5 18- 2 150 R 3% 0
ﬁ& L]

AR MEE T 4 W A0 8 oh 5 B 4 4R 180 4 s nE m-2-7R BR (quinoxaline-2-carboxylic acid) #1#s Z, BE
LY 3-F ZEmE nE oiK-2- 78 PR (3-methy] quinoxaline-2-carboxylic acid) ¥ B B AT E .

AR T R v sk-2- R MR A 3-F Bk -2- RN TR PR 4934 0. 5 pe/ke, 8}
K 4.0 pg/ke.

2 MEHSIBXH

TR XA P EAZTESARENG AR FRENRKX. LRE ARSI Bt KEEIA
MBS (REFEHRM N RBITHRIIRER TARE, R, SR E AR RS RN E& IR
EEEAXECHENESREE. LEAEHHOSI XS HEFRAERHTARE.

GB/T6379.1 HEFES5ZENAEHE(ERESHEERE 1B, EAWNEEX
(GB/T 6379.1—2004,ISO 5725-1:1994,IDT)

GB/T 6379.2 WMBHESERMEREERESHEERE 2RI -RERENBEIRESR
# 5 E IR A A B (GB/T 6379. 2—2004,1S0 5725-2:1994,IDT)

GB/T 6682 43 = F/KMEAIRLE & (GB/T 6682—2008,1SO 3696:1987 ,MOD)

3 RE

F R MO AL IR R A R0 g P RRFE B BRR IE . R B MAE MK, SRR 1L, B 0t
B85 A R BORE L, A - SR KB (W, AR E B .

4 RAAMHE

%5 A S, B AR a4, K GB/T 6682 BLEM — %K.
4.1 M.,
4.2 HER.AHL,
4.3 ZER#¥.
4.4 ZRZEE.
4.5 2NHRR-ZMZEEHEW M 400 mL ZBRZEEFMA 10 mL FRR, AZMZEEAZE 500 mL,
4.6 0.6% MW - B 6.0 mL R, HAKEM. . EEAE1L,
4.7 0. 1%HEMHER .- B 1.omL FRR, HAER.EXE1L.
4.8 HER-FEEBAIHD . H 190 mL FRREHA.2)5 10 mL HEWA. DRESA.
4.9 0.1 mol/L#MAW . BN 8.3 mL KM HKER . EEZE1L,
4.10 0.3 mol/L :Fe¥F ¥ . BEX 25 mL kLM, HKER EFE1L,
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4.11 Protease Z HB§: SigmaP5147 s{ A% #F,—18 CLL TF{R%E.

4.12 0.01 g/mL B E/KE W FREL 1. 00 g Protease Z M (4. 11), FiA M. EAE 100 mL,4 C
R

413 10%Z.MWH - B 100 mL Z88, FIKER . EXZE1L,

4.14 0.05 mol/L ZFRGAF W - FREL 6. 8 g ZBR BN A 800 mL /K ¥/, R AN 100 Z MR WS W LA A 7 B8 K
pPH=7,fiKE&EZE1L,

4.15 ZMRH-FEBEB9+1D 190 mL ZB#ERKA. 105 10 mL FEA. DRSS,

4.16 HRE-KEBA+4),

4,17 Tris 5% :SigmaT1503 s A % & .

4.18 1.0 mol/L Tris ¥ :#REX 121 g Tris B (4. 17) ,FIKBE . FEZE 1 L.4 CHRFE.

4.19  PEREMK-2-FRFR | 3- F ke R - 2- SRR L MERE K2 SR BR-d4 AR R - A EE>99%,

4.20 FRMEMEW:100 mg/L, HRHEDERFEY R, #FAHEBBEE S, KR 100 mg/L AR %
&M E—18 CLITRE.

421 EFRBAVETASRR . BEREENEHARE, AZ O RRBURERA [ 3% E (pg/L) IR
ARETERK. £ 4 CREF.

4.22 AR TR - ¥ERR PR BLIE B v MEMk-2-JR BR-d4 AR ¥EY) I, FH BRI AR 2 7%, B AR, 100 pg/ L BIAR
W THEWWL7E 4 CRTF.

4.23 Oasis MAX B AHZ B S 2 # .60 mg,3 mL. R4 5 3 mL HER 3 mL KiEHk, RFF
AR,

4.24 JEPE.0.2 pm,

5 fLEdmiasE

5.1 BHEH-BRKEHC-REEREETR.

5.2 BEHEBREZEE.

5.3 MREHLE.

5.4 JERIRYE.

5.5 A XF.RE0.1mg#O0.01g,

56 HAZTE.

5.7 EEBELOVL:-TH¥E 4 C,HEAT 5000 r/min,
5.8 HWEERE.10 uL~100 pL 1100 pL~1 000 pL,
5.9 BEBEBELE:15 mL 50 mL, B E,

5.10 pH it ¥E10.02pH B4,

6 REHNESRE

6.1 HEMHE

AT 500 g HRREEE F TGI8, ARSI 40 006 BETH &R, B85, 3HE L.
6.2 HEMRE

FHET 4 CHRETRLREF . PRUTERTET TRHSRE.

1> Oasis MAX BB R Waters AR RN WS EHF BHEX—FERATHERGENEAET, HFFRE
AR B SR . R F A ST i B AR A ROR , I R e AR
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7 WESR

7.1 #E
7.1.1 4145

WHRHEES e FPHERERD 0.01 0, BEF SOmL REEBLEH MA—EENHFERRK
(4.22), (HHEWERN 2.0 ng/g. HMA 10 mL 0. 6% FERE K (4.6), BIE . BEF U3 CREKE
FiRE 1 h; RFHMA 3 mL 1.0 mol/L Tris B (4. 18) ,FHiMA 0.3 mL BEMKEK 4. 12), %4
BAE . BTUTLDCERG KB+ B 16 h~18 h. HIA 20 mL 0. 3 mol/L 88 (4. 10, 5 min,
£ 10 C LA 5 000 r/min B> 15 min, | if T 38,
7.1.2 M

125 g B TFHREAP.MER 35 CT~50 CAKEHLBER. BRI EZZBE MAZEEFEY
100 g, BB HERFBS g BB OFRB0.01 ) , BT 50 mL REBBLEF.K7. 1.1 HBHH
AbEE,
7.2 %4

7.1 FIBBEBLAY 1 mL/min 893323813 Oasis MAX BAHZEBOR: (4. 23) .45 15 mL 2,
FR - BRI W (4. 15) Bk pe B AR B AL, K25 F 15 min, F A 5 mL F®.3 mL 7K.5 mL 0. 1 mol/L
(4. 9O 3 mL KM (4. 16) 2 Bk st , KA T 15 min, RIGH 2 mL 2B Z B M B E M A
B, FELTWHKEE, BEH 3 mL FR-Z M ZEEH W (4. 5) Y 5w nE obk-2-58 SR 3- FF v B hk-2- 38
BCET 15 ml REBELCED £ 45 CHASKESMNKT. BHMA 1.0 mL FR-FEEBK A 8)
EEsR . 0.2 pm BB, BEWBOH - B0 B BRI 2 .
7.3 BRERBRANHE

FREHERES: 5 gOBADI 0.01 @), R 7.1 A1 7. 2 L BH4E,
7.4 WEEH
7.4.1 BEAGESEEY

WAHEHESERFNT .

a) it .0DS,3 um,100 mmX2. 1 mm(HEE) SR Y E;

b) WEAH - FE.ZHUR O 1Y FRERGHREELE D;

F® 1 RIEESE

B 8] /min T/ ZHE/ % 0. 1% H 8/ %

0.0 13 7 80
10.0 45 15 40
10.1 64 16 20
13.1 13 7 80
20.0 13 7 80

c) HiEE:0.2 mL/min;

d) 30 C;

e) PEFFE.30 pL,

7.4.2 RiESEEH
FRi%E% K GNT .
a) BTHR-HAMBETR;
b H#FX . EETHHE;
o KEFR.ZRMNAEN;
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d SPR.FUFELSPHER;
e) HMEFHEE:5 000 V;
D EKWE:8. 0 L/min;
g SHESWHE:7.0 L/min;
h) FBISFHE 5.0 L/min;
D BEFHIRE:450 C;
D EHETH.EEETNERAMARESELE 2.
®2 SHUAPNESETFN . EREFX . AHEHEE AEAE. HEBHOBE

= Eg ERAR v 3 RE MR O REmGO
e EH BT Bt BT HE/ | BE/ | BE/ HE/
(m/z) (m/2z) (m/z) v v v v
PR 175. 0/129. 2 s.0/13L 2 | 179, 2/133. 2 26 120 23 12
175.0/131. 2 ' ’ : : 26 120 21 12
o P2 A 189.2/143.1 185, 2/145.1 | 179, 2/133.2 26 120 23 12
189. 2/145.1 ’ ) ’ ’ 26 120 21 12

7.4.3 BEAE-BREENE
7.4.3.1 EHNE
HREMAS%E 1A FET.2 MU ETFETF . EHRAXRAGT R P HRUYREGRENA,
SRAFETAEBR PN REREMEET2. 5B ZH. ZEAN LGNS EREMEILE 3,
ot o % 4 A S T R A S B S o B R A TR A R M A 9 W o L Y RE PR B T RO ALY R B REAT EL
B, EMERBLR 4 FLE W E, T E N &P FEX LY .
®3 SVUEDWSSRENE

HEPEK 3 &4 8 (4] /min
o I K- 2- SR R 10.10
3- 1B o R -2 IR 11.11
*4 EHRNERNANEFEENBRARATRE %
HYMEFEE K K>50 20<<K<50 10<<K<C20 K<10
R BmARE +20 +25 +30 +50
7.4.3.2 ERAE

FRBA AR LR (4. 21D 4F B BERE , LA HT 1L B W A A AR AL A 9 B e T R L D9 A AR A, LA 4k
AP ARSI RN EE VR AR PEAR M LA B R, AR TAE M R B AT € B, A SR I WP
W Bk~ 2-JR PR R 3 P 5 e I - 2- SR R 0 0 7 (L 349 O 7E (X 2R U B A R MEVE B PN . R B2 SRR AN 3-HT
wERER-2- IR R R THES R F A THE A1 FE A 2.

7.5 FFER

A 2B, X [F — R BT AT R E .
7.6 [EdRXE

FHPERE S P AR R, b B 7. 1. 1~7. 1. 3 4 M E B ERMB M B WE, AFkP
R k-2- SRR 3-H B RE k- R MAF R ERPT B MR ER A FHERENRBREES L
M B FEE B. 1.

4
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8 #HRITHE
REPSEHALEYRERERADIMIE.
A _c _As _V 1000
X =cs XE; xa X A—":‘x — X 1000 D RLLIILTSOPTTROIOReY g B
A,

X—l P E R R, Ao RS TR (ng/ke) s
s Fb M AR 0P S0 Yy 9 W BE B N i B 2 T (ng/mL) 5
AR T P B Y 10 £ e T B
As— B bR HE TAE ¥ 0P S 0 19 2 3 e T A
TR R PR B R B B4 O 44 5 45 2Tt (ng/mL)
cs— AR HE TAER BUH AR MR BE , AL N AT EHZES (ng/mL);
As—HRARE TAEB W AR 8 Bl B
A— AR AR YR €T R
V— BB EFER, BN ET (mL);
m—— AR TR AR, LA T ().
HREGRMMEBRZ H1E.

9 WMEE

9.1 —MME
2 5 B P R 4 BE IR R GB/T 6379. 1 #1 GB/T 6379. 2 M B WM E W, EE MBI HE
PL 95 Ry AT {5 BER HHE .
9.2 mEM
AHEEEXRAMGT KB APRMI G RO BN EERN BT EL R - S DBk
YR EMREEEREEE I BIES.,
K5 FMEREEBAREEENERESE P R ERRT R

A B2 FEdh 2R | I v A S EHEER - HIHR R

Ci

L} 0.5~5.0 |lgr=0.87971gm—1.0179 {lg R=0.844 5 Ig m—0. 648 9
M I k- 2- 58 R

1% 4.0~40,0 | 1g r=0.956 1 lg m—1,055 4 | lg R=0.757 8 lg m—0. 616 3

] 0.5~5.0 |1lg»=0.86971gm—1.077 2 | lg R=0.724 0 lg m—0. 649 2
3- 5 Bk M I Bk 2- 9 AR

b ) 4.0~~40.0 | lgr=0.98211gm—0,9851 |lg R=0.860 0 lg m—0.599 7
W m RN ELSRORARF- M,

SR 26 A A T R PR, N R 0 5 4 SR I TN 5 P U A R R A S
9.3 Bk

FEF B ST AT 5 24T A 7 YO 7 B 3o 445 SR % 408 o 25 (BLAS A o T R R R, 4 5 o G b 40 17 4k
AP B N T e AR R S,
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W R A
(BERHE B R
RENREREFRE

WA I Bk 2- 3R R (QC A F1 R 2 3 IR (QCA-dD PR MY IR BB T A, BL I A 1 3-F B e M k- 2-
R (MQCA) FE A E R (QCA-dOREY IR BE F A, WA A. 2.

10. 19 QCA-d4 10.15
2 000f QCcA
1 500
1 000
500 10. 53
cJ. l.Aiﬁ-l.‘ [T e L ..J
6 B 10 12 14
10. 22 QCA-d4 10.15
6 000

12.72  17.74 1851

2 000{!-
2 4 6 8 10 12 14 16 18 20 2 4 6 8 10 12 14 16 18 20
Hmin #/min
B A1 EEEM-2-ERERQCAMBEEARQCA-ADIREYRENHE FRE
s 000, MQCA 1111 OCA-d4 10.15
6 000
2 000 4.000{0 99 5 o1
-99 2, .42 15,41 1822
1 000 2 000 13.52 16.
11.39
T2 4 6 8 10 12 14 16 18 20 T2 1 & & 10 12 14 16 18 20
H'min #/min
10.15
100e4] MQCA 11.07 QCA-d4

11.29

16.13
16. 5018. 92

0.11 264
6.10
2.07/4 35" & 497, 7610.35

2 4 6 8 10 12 14 16 18 20

t/min H'min

B A2 3-FEBEEHK-2-E8MQCAMBMARAF(QCA-dDIRENRRENETHE
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B % B
(HRHER R
B % X

77 35 v v TR -2~ 3R R A 3- P e L ok 2- 5 R AE 4 % A4 Y o S I ok B R L P B [ i R R
¥HE, W& B. 1,
£ B.1 EEIEW-2-RERM-FAEEEWN-2-RREL DM
MPRBEMRERE TS E KRG R S

eV EK FEdh B R B B/ (ng/ke) X E R/ %
0.5 83.1
1.0 75.7
495
2.0 80.5
5.0 89.9
e B - 2- R B
4.0 79.1
8.0 85.6
vk
16.0 87.7
40.0 88.7
0.5 77.4
1.0 85.3
G
2.0 72.1
5.0 79.1
3-F B DR - 2- R R
4.0 75.0
8.0 85.3
ik
16.0 88.4
40.0 77.0




