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3.1 EH

3.1.1 HEE(CH,O) . (A ifaf,

3.1.2 ZJE(C,H N . a3 4l

3.1.3  JH#BES (C, H,,CINO,S),

3.1.4  JC/KBRIREN (Na,CO;,) ,

3.1.5  Jo/KBEIR A 84 (Na, HPO,) ,

3.1.6  EHMH M (CH,N « HCD,

3.1.7  =FRH SR LE (Tris i, C, Hi O, ND

3.1.8 K (0 G A AR B (XTV B SR U5 1 K (6 5 8 1D - B 1% 71 =3.5 U/mg.
3.1.9  #EMR(H.PO,) . @ikal, 58 >85%.

3.1.10  #kERER (HCD.

3.2 WFIEH

3.2.1 PHEAPE S (2.0 g/ L) FRIK 0.2 g PHEE S, F S5 OF 2 28 2 100 mL, BLECHUH .
3.2.2 ERFRVE (1.0 mol/L) W HL 8.3 mL ¥ WL , i /K#s FE & 100 mL,
3.2.3  Tris &M (0.05 mol/L) :FRHL 6.06 ¢ =FEH AL LT 1 000 mL BEAH, sk 800 mL #
fift . JH 1.0 mol/L $HMRE W T pH & 8.0+ 0.1, HAMBEE 1 000 mL, 4 CHRE.HHW11MNH.
1
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3.2.4 EMAMEW(52.5 U/mL) FREL 0.15 g IKEEE R R & T, Tris Z P REMIFE R E 10 mL,
IECELH .

3.2.5 BRFRMZE PP (60 mmol/L) ;R 0.318 g Jo/KBREFR4M, i 40 mL /K . 1.0 mol/L $h2
W pH 2 9.54+0.1, HKEA % 50 mL, MECHH.

3.2.6  ERFRHRZIA WL (20 g/L) KL 2.0 g $hFER W R, FH KW ff JF 2 45 2 100 mL, 4 “CIR A7, A 30
3MH.

3.2.7  BERRE AN W (10 mmol/L) AREUTC K B R A —4#M 1.42 g, FH 800 mL /KA, SRR A 15 pH
% 6.5+0.1, /KRB ZE 1 000 mL,

3.2.8  20% WLV B2 L 20 mL HI B, iN/K # B % 100 mL,

3.3 HRiEm

3.3.1  RABERARMER (C,H N, O, ,CAS 5. 70-47-3) . 4li B =99 % , 5% 25 [ 28 A 0F IF 5% 7 45 U 4
bR AE S .
3.3.2 AEBEMARES (CoH o N, O, ,CAS B .56-85-9) : 4li i =99 Y, ik 22 B A E I 32 T b5 UE W) i 3lE
O BR A .

3.4 HRIERTRELH

3.4.1  RABEME bR HEAR 25 W (2.00 mg/mL) : MEFFR I 100 mg R 2 0.000 1 g) K 4 Tk Jie o o i, ]
20 % W BV MRS T B % 50 mL, 4 CHREGARAE AR 3 M H .,

3.4.2 A E e bn E A% A5 W (2.00 mg/mL) : HEFIFRI 100 mg R HI 2 0.000 1 g) 4% 2 Mok e s HE v
20 % W S WIS T 2 A% 50 mL, 4 CHROGITIE AR 3 M A,

3.4.3 IRAARUETRIE (20.0 pg/mL) « 43 5 B W B R A Tk e RN 4 2 9 I A o £ A5 W45 1.00 mL T
100 mL A K E A 2208 0S5 . ECEH .

3.4.4  TRAARUER S TAEWR 43 0 B 0 RO H VR G A o b (B (20.0 pg/mL) F 10 mL ¥ H
IKE R B L AT R E SR 0 pg/mL.0.500 pg/mlL.1.00 pg/mlL.2.00 pg/mL.5.00 pg/mlL,
10.0 pg/mL #1 20.0 pg/mL WP HEZR S TAEW . BECHLA .

3.5 ##l

3.5.1 HWELCGH BB RS . 20 mL,
3.5.2 AHULFLIERL.0.22 pm,
4 UFigE

4.1 R ACRORE R A - T S8 AR I 8 B8 AR R SRS 2
4.2 BT R A 0.001 g A10.000 1 g,

4.3 TRIERA

4.4 fHIEKBEEE .37 CEH1 C,

45 pH T KE 0.01,

4.6 BE.OHLFEHE =5 000 r/min,

5 TR

5.1 el &

FE R R A SRRy 0 I 1R 5 24 20 B AR T AR R s A R 1 2T
2
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5.2 iXERI
5.2.1 EERIUE

[ AR 5.0 g ORI 2 0.001 @) F 50 mL FEBEHR s &R K (40 C ~45 C) #1422
EERIFHEBIFEAZE 25 mL, MERMBI1.00 mL F 150 mL R, A2 25 mL KIRGER ), H
1.0 mol/L EE WM pH % 4.5+0.1. 855 2 250 mL & HACE A E 2 85 80
H L UG B AT A R

WARIRREFRIL 1.0 g~5.0 gOR§# & 0.001 @) T 150 mL HETEI . 5 L34 A B8 ] 18 K bR

5.2.2 BERRREE

BRI AE PRI 5.0 g CRE A 22 0.001 @) T 50 mL THEBEAR Nl £ 7K (40 °C ~45 CH B R, B H)
EERIFHEBIFERZE 25 mL, MBI 1.00 mL F 20 mL ¥ 80 3 BRI P KKINA 0.5 mL &
P 3.0 mL Tris Z2 W 0.2 mL W B IR EIR AT . T 37 ‘CHER/KIAEfE 16 h, HCH B . 2 20
EEECHERR AT EREE 250 mL AR HKER B2 5, B0 0 T i 2 £ A7 A4
FEVE R .

WARIRFEFRIL 0.5 g~1.0 gCR i & 0.001 @) T 20 mL L0 25 9% 380 b, )5 28 1 4 2 B[] [#] 44
KA
5.3 fTHRE

YA W BCARE AT A2 AR IR W 1.00 mL & 15 mL B0 L A 1.00 mL B R 84 28 v Wi i 1.00 mL
FHiE BE SUIA T, T IR A B IREEE RN 2 hOR B2 1 h BFBCH PRFEI 2D A 0.10 mL 3R F %
WA BETR A » 24 1 SN L 3hE G B B U0E 58 4, 42 0.22 pom JE ML U8 FR I,

T UEREL 1.00 mL RAARME RS TAEM . 51814 PR 3 R 25 b AT A 2

5.4 UFSEFH

(ERE L (I

a) (AR C I AL (250 mm X 4.6 mm,5 pm) 8 P AER 2 %

b)  WEIAH A 10 mmol/L R & MW S AR B Oy FRE L BRI SR A LR 15
¢) i :1.0 mL/min;

& HEE:35 C;

e) Kl 247 nm;

D #FHEE10 pL,

x1 MERMEH

i} 6] / min Tt A/ % WA B/ %
0.0 70 30
17.0 70 30
17.1 20 80
19.0 20 80
19.1 70 30
24.0 70 30
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5.5 #RE H LB HIE

He A7 A 5 TR 5 b B 28 8 AR ) A ¥R SO (0 3% A4S s LIRS s R 9 A TP R 4 I e
Bl A T I 1) T e R R A A L R A TR A3 A ) A T M A A 0y 4 e T R AR A L 23 S 22 il
e . AR EVR TRAT AR e i (% P LR 5% AR B AL

5.6 IXERKHNE

B A A2 e B R DU R A i a&ﬁﬂﬁ@ SO A B A NN e i T AR, R s o il 42 A B IR I U P R A
O e B8 A I g 1) S5 ek 9 B2, R DY T L R A 5 00 % Wi O O 7 A v i 2 2k P TR I L R e R Y
Dlﬂﬂ“Xifﬁszilit#@’r(ﬁﬁﬁﬁﬂ,E%ﬂ”#nnmiﬁj\*ﬁ%}%iﬁ}ﬁﬁ BERE AT

5.7 =HIRRE
BRAS IR A1 A R 1 5 0 i B 1A — B
6 SIERIRR

6.1 HESRXLZBRNEESERBRE
TR AR IO R i A K A Wt M L U

*%

B ZBE R & R AR (DI
_p XV XS

X = X 1000 e
A,
X Ul S R AW Ui 2 A AWM 0 & i, B 2 v w (mg /@) s
o — HAREM LA 2 09 R A R R A e L A R A 1 B B R BE L L R T B T (peg/
ml);
S 7%%?;
m 7ﬁtﬁﬁi’$ﬁ7ﬂﬂﬁ(g);
1 000—— B 4 8 2R 40,
PHEGE R B 3 (0 O T
6.2 REMGREEMBSZEBMRESE
il e B BT X i R A TG e B i L A S I e i B 3 A = (2) 1A
7(p*po)><V><f
X= m X 1 000 €z)
A
X Uk R AT B A B i PR N 2 e AR e (mg /@)
0 — AR A 215 3 "Jﬁﬁffi{ﬁ[ﬁﬁf‘ @5*6? A 2 e B 1 o 1 VR B B B B 2 (pg/
ml);
oo HIARME RN LA B0 25 I A MR R A T I L A I B ) T AR R R B R T e B 2=
(pg/mL);
Vo il N ERAE AR, A Z S (mL)
VA ¥ S

m iR AN () s
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1 000—BAf 305 AR50,
1A 45 AR B 3 A OB

7 %

2

E

5 F AR E T ZRAT A PR YO S7 0 R 45 R B4 26 0 22 (AN R SR P H(E Y 1004

8 Hfth

G AR FRRE R 5.0 g I, D7 kA BR¥IH 0.2 mg/g, EH BRI 0.6 mg/g; AR HEFR R
N 1.0 g B K I BRE  0.04 mg/g. E w B 0.12 mg/g.

FTiE REBIE-BEREE

9 JRIE

TR 0 K (0 B B A R A R R RO €0 - 3 I R 3 I ) 8 3R N AR A S

10 FF0# AL

B 55 A1 BT AR J5 1k T AR 35 S o 4, K O GB/T 6682 HURE 9 — 2K
10.1 K

10.1.1 W (CH,0,) . (a4l

10.1.2 HEL(CH,O) . (i,

10.1.3  ZJE(C,H N fo kol

10.1.4 =R WSS P L (Tris 55, C, H,, O; N,

10.1.5 K (o 4tk 45 11 2 1 (XTV Y SR IR T IR (LB 85 18D < i 16 1 =3.5 U/mg.
10.1.6  ¥eER R (HCD .,

10.2 35 B

10.2.1 0.02% PRV : W 0.2 mL W2 AT 1 L kP RS,
10.2.2  ERFR¥E (1.0 mol/L) :[f] 3.2.2,

10.2.3  Tris 8 ®¥# (0.05 mol/L) : [A] 3.2.3,

10.2.4 HEABBE®K(52.5 U/mL) [ 3.2.4,

10.2.5 209 H B - [A] 3.2.8,

10.3 #REm

10.3.1  RABEREARHEN (C, HgN, O, ,CAS 5 :70-47-3) : [A] 3.3.1,

10.3.2 &Mk MR e (Cs HioN, O5 . CAS 5 :56-85-9) : ] 3.3.2.

10.3.3 KA FAL R AR (KA B K E8-"N, .C,Hy "N, O; « H,0,CAS 5 .287484-32-6) . 4fi Jif
=98 %6 , o 48 [ G E H- 5 T A v ) 5 UE A5 B9 bR o
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10.3.4 BAEBREFE AL E NI (B EBEH-" N, ,C.H, i " N, O, ,CAS 5 .204451-48-9) . 4l JF =98 % . i £
[ G2 A UE T 4% T b vfE 9 50 UE 5 A0 B o s

10.4  #RifE R B

10.4.1  RAFEMARHENREFT W (2.00 mg/mL) :[A] 3.4.1,
10.4.2 AWM AR HERE F5 W (2.00 mg/mL) :[A] 3.4.2,
10.4.3  RAFEEM-" N, WARMES I (2.00 mg/mL) : FEFFRE 114 mgOE# £ 0.000 1 g) RA B KA
Pr- N, AR i, B 20 00 B BEK I O 45 2 50 mL, 4 “CHROGIRA AR 3 41 H .
10.4.4 &R N, WARE R (2.00 mg/mL) : #EBIFRIL 100 mg O & 0.000 1 g) & BEH- N,
B b, FH 20 % F B K i JF € 25 2 50 mL, 4 “CHREOGIRAE . A5 34N H .
10.4.5  [AIA 25 PN TR 45 98 VA« 3 ) A R L 46 Tk - N, LA 2 T - N, INBR A #8545 1.00 mL
T 1000 mL &I, HKEREZZIE . .
10.4.6 JRAARMEP AW (1.00 pg/mL)  HEFIW I 2.50 mL JF & ¥ B h 20.0 pg/mL B9 IE & b % )
(3.4.3)F 50 mL FHIHH, FIKERZZIE RS . B .
10.4.7 IRAFRER I TAEWL « 43 500 HE B W2 B f2 Y & b o P ()9 (1,00 pg/mI) AT 1.00 mL [ %= A
PRIRG T 10 mL &b, H K & 258 2 20 8 IR 40, BIAS BT & 4k 2 43 93 F 0 ng/mL.10.0 ng/mL,
20.0 ng/mL.50.0 ng/mL.100 ng/mL.200 ng/mL.500 ng/mL A1 1 000 ng/mL MR & n#E £ 3 TAE
W, BECHH .

SE - TR R it e S I 5T TR VIR A 0 3 R o g 3 A A 6 A BRI B (0 45D

10.5 #F#

10.5.1 HRZCGH S5 B EE . 20 mL,
10.5.2 K AZMFLIENE.0.22 um.,

11 {XEEFiEE

111 VAR (3% 3 I a4 . A B e 55 (ESD B IR,
1.2 R 8 708 0.001 g F10.000 1 g,
1.3 WiEiR A

1.4 fEIRKBERE .37 CE1 C,

1.5 pH il K 0.01,

1.6 B0l F# =5 000 r/min,

12 HH$E

121 RS

B[R INLIRLNEW = I3 I A F I ) VN LR W = S R L N W = X xad I
12.2 iRAFIREL

i figt - R Tl A AR [R] 5.2.2,

T B HERRAL L 1.00 mL FiRFR A AEAR 2R 10 mL M. M A 1.00 mL [ ZNRIRES
W (10.4.5) HKEXEZZE ., RAJF.4 0.22 pm JER I FI,

FE . AR R A S R v 1 O R R LA
6
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a) R FEK U Co B HE (150 mm X 4.6 mm, 2.6 pm) SRk REAR 24 # 5

by FEhAH A R 0.02 % H R I
¢)  J#:0.3 mL/min;

&) MR35 Cs

e)  HERERF.S ul.

®2 MERMEH

A, S AE B R N 86 BE BRI 44 L3 25

i ]/ min TS A/ WA B/ %
0.0 80 20
0.5 80 20
6.0 50 50
6.1 20 80
7.0 20 80
7.1 80 20
10.0 80 20

Fi i S 5T

a) BB ST I BT LB (EST )
b) AT 2 RO AR (MRMD 5
o) FARIRE 300 C;

D EFRIRE 250 C;

e) WEZEHE 3500 V;

D BRI 12.6 L/min;

g) MBI 3.0 L/min;

by R IE A BA T I e G A bR g ) R A R L A

BEMBEGHEESHILE 3,

x3 RiESH
& BT (n/2) TET(n/2) i fEHE &/ eV BEHE/V
73.9 15
R A& Tk i 132.9 54
87.1" 10
84.0" 16
2 A 146.9 61
130.0 10
R ATk JHie-"° N, 134.9 88.9" 10 55
A ABME-" N, 149.0 85.0 10 61
B PEFIE B AT AR B SRS AT
P ERBT.
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12.4 FREMLBHEIE

R 1R 5 v 28 90 A9 23 )3 AR 3% - R I S 30 LR & A M R 81 AR W o R A& T I sl 4
2 T g 1) T A TR DR B A A L IR A T i A T g -5 SR X O[] 57 3% DAY s £ g T AR L A DA A AR A 23 53
2 T B gl 2 o b I R 2 O M (MIRVD) (5335 P UL T A2,

12,5 REBRZEHNE
12.5.1 EHEHE

FEAA TRI I A4 PR T AR F A R A T A1 A 2 T 4 €2 9 06 B I 18] -5 s o T 39 00 A L A 22 9 [
TE 2.5 00 LA ELR I 51 14 25 1 54 R G 5 1 LU A3, D7 24 5 9 B A 2 A4 A v AR SRR O S T R — B
FER VR 22 BLAT & 3% 4 IEOR .

x4 ENEMHIMEXNBFILENRFREETLE

AH XS T LR >50% >20%~50% >10%~20% <10%
TR VFAH X 22 +20% +25% +30% +50%

125.2 EEMNE

o A0 W T VR (335 H B T A3 v A B0 A 7 ) 0 T AR (L AR AR B A it 2 A B URE VA W R
2 T i B A T 14 Jo R

126 ZHIKE
BRAS I RE S A AR S A i B R A — B

13 SERRIE

TRE Hp A Tt L A I e B e X (3 T
~ (p—po) XV X[

X =0 X1 000X 1 000 (3D

A

X P R AW i A e B B 2 R e (mg /)

0 — F s v R AT 3 A0 SRR U TR P R A TR NG L A TR IV B R R L B S gl e B 2= T (ng/
mL);

oo HIARMAEIN LA B0 A5 I A MR R A T e L A 2 I B ) T R VR R B SR AN vl R 2
(ng/mL);

Vo — iR A A ERBL A Z T (mL)

A ¥ =S

m A, PR e ()

1 000 —HL{v #e38 R AL,
T A5 BAR B 3 A OB
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14 15

£}

E

e TSNS F T ZRAT A PR O S7 0 R 4 R B4 2 0 22 (AR B R P H(E Y 1004

—_
o1
9]

L fth

MR AEFRAE R 5.0 g B, T IEK BRI N 0.04 mg/g. ERIRYIH 0.12 mg/g; 4 W AR BEFR
M 1.0 g i, T ER RN 0.008 mg/g, EEREH 0.024 mg/g.
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Mt X A
‘LA
R A8 T JHig 0 4 2 T B s 1 5 YRR A 0 %) R0 € 3 T DL T AL
30.0
25.0

WA/ mAU
S

5.0

0.0 1.0 2.0 3.0 4.0 50 6.0 7.0 80 9.0 10.0 11.0 12.0 13.0 14.0 15.0 16.0 17.0 18.0 19.0 20.0
{/min

~

il .
I——RABEEAT LY 5
2 AT .

B A1 XREHMEMERER0 pg/mLDIRERBRITENHNRERIER

10
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TR Tt iz PN A 2 T i o Y 88 AR R G PAL B B0 3B 53 - ER R B3 MIRML I L A2,
100

1
50% I\
0
100 2
50% A
0
100 3
~N
® 0
=
= 100 4
0
100 5
0
100 6
50
0
0.0 0.5 1.0 1.5 2.0 2.5 3.0 3.5 40 45 50 55 6.0 6.5 7.0 7.5 80 85 9.0
{/min
B

1— K& BEME 132.9>>73.9;
2— RAWEfE 132.9>>87.1;
3 RAMWERE-" N, 134.9>>88.9;
4— A BERE 146.9>>84.0;
5 B AW 146.9>130.0;
66— A EMWEME-" N, 149.0>>85.0,

A2 REBRRMA SRR AR REERNER (200 ng/mL) B 18 B 1E-H BB & MRM &

11





