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BEmEEERRE
EmPAE MENUE

1 el

APRHERE T & M i bR a e gk .
APRUEOTE A G T MNP oS MR BT P REEWE PRMNE, A TENT
B P BT MR AIE

2 JRIE

IR R AL W 8 S ZOREI A I A L P A i P A I S ot o AR SR T O (3 vk o B S
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3 AR

BRAE 55 A7 UL AR J5 ik B ARG 32 D 20 v 2. KO GB/'T 6682 HUE 19— K .
X7

w
I

1 a-TEKYEG: BTG J1>=1.5 U/mg.

2 ARJNEEHWE . [ )1 =5 U/mg,

3 AHAMH(KOH),

A KB EN (Na, SO, .

5 PR IMAR (CoHg Og) o

6 ik W 30 'C~60 C.,

7 HWEE(CH,O) . Ak,

8 ZME(C,H,N) . faifaf,

9 =HWEE(CHCL) : aifal,

10 HIERUT SB[ CH, OC(CH,), 1. (il ,
A1 TEFE(CH,CL) « Ak 4l

A2 K OEE(C, He O) AR S 40,

A3 IEEBE(CH,) - (ki

A4 2,6-ZRUT BE-A-H R (Cs HL, OL,BHT)

wW W W W W W W W W W W w w w
—_ 3 e e e e e e e e e

3.2 RFIEH
SRR W PR AR R AR 500 g, ImA 500 mL KRR . I R EC .
3.3 tREMR

3.3.1 - PE(CpHs . CAS 5 .7488-99-5) : 4l & =95 % , 8t 2 [ K IAAIE I 4% T b vE W) 2 IE - 9 b1
1
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WY
3.3.2 B NFE(C, Hy , CAS 5 :7235-40-7) « 4l B =95 % , 5 28 B N E I 42 7 b 4 000 15 19 A
WY

3.4 FRAERREL S

3.4.1 o HAE P RFRMEME A (500 png/mL) MEFHFRI o #1 b R ARMEM 50 mgORF Al 3 0.1 mg) . A
0.25 ¢ BHT, JH S W i i 5 A2 & 100 mL A A BIP E A EZE . T —20 CLLT #LiEA7 . i
FHRA L 3 AN H . br e 25 W AT #5717 bR e BARERAE LR % A
3.2 oA N EFRWEP I (100 pg/mL) M o N FE bR MG & BT ERR A B 10.0 mL R T
50 mLARA AT H AR e FE 2,
3.4.3  B-HHE D EARUERE AR (500 pg/mL)  HEFIFREL S5 % D R ARUE R 50 mg ORI 3 0.1 mg) , A
0.25 g BHT , H =& Wi, 5B 2 100 mL iR A BT @A 2218 . T —20 CLLT#OCHE A,
FHWABRAN A 3 A H o bt 4 B TR A7 45 8 ELRERAE LR SR AL
S I N RARES EE N AR R QIE)B- WIS N R IE A7 T R % B AL R R, £ B A
2R BT MRS RIRR g D ERBG. 0 9 (92)-8- 8 E b E 13 (132)p-# B b &,
15 (152)-p- 8 M RE ., WRR MGG & I — AT p- 818 DRI, W MM 5 BoA #1388 PR &R
FR VA B )L IR A R B8 N AR v W S
3.4.4 B-WAE DRARHEHP R (100 pg/mL): A B-HAE | R bR i & W b MERI B2 B 10.0 mL %K T
50 mLARE AR H AR e R EZE,
3.45 oA R Y NRIRAHE TIER CBIELEF D B I o512 bR b5 R
0.50 mL,1.00 mL.,2.00 mL.3.00 mL.4.00 mL,10.00 mL & £ 6 4~ 100 mL &% 2 8. 2 5 A
3.00 mLA-#HE NETEW, H_EAF A ZZE, G5 oA NEWKE DN 0.5 pg/mL,
1.0 pg/mL.2.0 pg/mL.3.0 pg/mL.4.0 ng/mL.10.00 pg/mL,p-HH8 N ZIEREH 3.0 png/mL H K51
TR E AR .
3.4.6 B D RARUETAEW (G50 1D A B8 25 I F A ofi v (B b 43 31 1 1 B8 B 0.50 mLL,
1.00 mL.2.00 mL.3.00 mL.4.00 mL.10.00 mL %W % 6 1> 100 mL#ZAEER. H-@PEEAR
ZI 8 AR IR EE R 0.5 pg/mL 1.0 pg/mL.2.0 pg/mL. 3.0 pg/mL. 4.0 pg/mL.10 pg/mL [ 5 5145 i
TAEW

4 LEEFNILE

4.1 SJHHL.

4.2 KDL,

4.3 MEIRRG KM R E LD C,

4.4 TREEIR KA.

4.5 EWAL,

4.6 A0 WG],

4.7 WSRO (HPLC ) < H5 42 A6 I 25

5 OWSE

B S R A R I RO
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5.1 iXE#H&

W) 2 RO AR T I L O (AR AL AR 0.3 mm~0.5 mm) s B3¢ KRV HE BRI
P20 S 18 2 5 ] (A A9 AR G 098 (A 1R FH R OIR428 slBE FIR >) 0 4 "C ok T ORAF 1A

5.2 iktEhbiE
5.2.1 TBERMALH
5.2.1.1 W4

B KR RS AW O RS B R R AR R A S IR 1 g~5 gCKiT &
0.001 g) , M HERFRIL 0.2 g~2 gOUF#I 2 0.001 @) . % 250 mL HER M H  INA 1 g HUIR AR .75 mL
JTeKZEE,F 60 C+1 CKRBIED 30 min,

IR R B T EM S AR (1020 L SEMA T g BUIRINAR .15 mL 45 °C ~50 CiE7K.0.5 g
ARIREFIEEA 0.5 g a-VEM I, 55 FIZEIR SIS, & 55 C 1 CHEER KB N IR % 808 75 AL #E 30 min
Ja s BRI 75 mL oK LB, F 60 C 1 CKREIRY 30 min,

5.2.1.2 B

A 25 mL AR 3 BRE. B TERIAE 53 °C 2 CHEERG KA, 24630 min,
B L AR S

5.2.2 Hmp-HE MNENERILHE
5.2.2.1 FihE

R AR  ERRFRIL 1 g~5 g ORI % 0.001 @), B T 250 mL #EJE W . A 1 g UK AR
50 mL 45 C~50 ‘C/KIES . MMA 0.5 g RN FAEEF 0.5 g o-TE B B CTCTER AL AT LU o-TE B
fitf) , 35 FORRZE, B 55 °C 1 CHHEKVEAE PR % ok 4 Ab 2R 30 min,

TMARE  ERIFREL 5 g~10 gORSHIE 0.001 @) B T 250 mL #EEM P WA 1 g PUIRIMLAR .

5.2.2.2 B

e miab B 5 0RE A 75 mL oK OB, B85 BEINA 25 mL A LB A, 55 L ZE., BT E MW
ME 53 CH2 CHERGKEFHP, 2L 30 min, B HE2HIEE,
S AR AL 58 4T EE 2 S K R A E] % 1 b,

53 iXEER

B2 AL A 500 mL WS-, A 100 mL 7 ol Bt L B S HER L A ZE L EIR TR
10 min J&5 # & 50 2 B KRS A D5 — 43 Wl 3 rh e BR Jr B AT AR SR HG, SO A HLAR, UK vE R
e, FEOKAH A LA S TE K B R AN Ak BB K . BRIV IR A 500 mL ZE K, ThER A KA T
40 °C£2 CuWEHkSs k1T, AT BB BRE WS A 5.0 mL Z & W ke, w FIfIE , 7850 1 i i
By, 20.45 pm BREEIEE , FE IR 2 1 mL 385 WOAR kRN D, 55
. 0 E I T AR AR T S R KT AT M 0 SO R AR IR D o B MR/ S S Rk
TE 0.5 pg/mL~10 pg/mL {EEIN .
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5.4 fiLAE
541 BEZHF—(ERTRADB e-HENEZ . -PAF M ERSHE MNZHNE)
5411 SEGEEEHG

ZHEAGEZMH T .
a)  EIEAE Gy kR, K 150 mm, N4E 4.6 mm, Bi4E 5 pm, BEAESIUHE
b) B A MR OB s K=73.5324.5 ¢ 2;

B A O RUT T

x1 BERRF

B 7] / min 0 15 18 19 20 22
A% 100 59 20 20 0 100
B% 0 41 80 80 100 0

¢) Vi :1.0 mL/min;
& R K 450 nm;
e) FEIR:30 C+1°C;
D BEFERFR 20 pL,

5412 ZHle-AZ PRREHE HEERX -AET NEMEETF

B oo MR- MR AP TAERIE A HPLC 4 (3% & 01 C1) o M 4 B8 B 1) 52
PEE o % DR p-IHE D RE S IRIETR,
a- T B N RARE ZR G T AR TR B B 0 T B, DAV B O A b i TR AR Ry N A1 B 22 I A oA il 4R
HE AT
B-HAEE DR ARG ARME TAR AR E W B 2 e o -8 N &R 6 Yl e i T AR (8 2 e 5 - b
ROGELE (CP TR INE WM B X (DO iR 2 X -5 N p; H 7,
Awlle

RF:pXCP (1)
A
RE  —— &)z g5 8 I 2 T, 43 Sy 0 TG B2 TH AR (AU » mL/ pg) 5
Ay —— 25 B N B v T VR0 3 e 0 1 LT 0, B SR I T R CAUD
o B NERRUE T AR E W L B R ML A T (pg/m)
cr — 2 p-HE M ENOELAE, %,

5.4.1.3 XEMNZE

TEAR [R]85 25 PF T 8 A BT A WORE (38 A b o LUAR B I 8] 5 P, AR 4f e 1o AR T A AR 12558
a8 MR MRIEARE M2 N B AR D o8 PR P RRIE 2R S PR
D IVAES B R i 2 8

5.4.2 BIEXHF_GEAR&GP -HE MEHUE)
5.42.1 SEBIEENG

ZH AR AT .
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a) LA CkE, MK 250 mm, N4 4.6 mm, B8 5 pm, BEERUAE

b) Wt ke s AN WEE=3: 12 : 85, & HIIRIMAR 0.4 g/L, 4 0.45 pm Bt 38 )5 25 FH 5

¢) Wi :2.0 mL/min;
& KM 450 nm;
e M35 CE1 Cs
D REEBL20 L.

5.4.2.2 tRAEH LB HI(E

B B-91% N FRARME TARME A HPLC {0k CEu g 11 WL IET C.2) DL B I ] 5 4 , 00 5 e i AR

U 2R 9 T A0 B D A s WA T AR 2 Al s 2 T A o 1 £, TSR IRl UR O R

5.4.2.3 R E

TEFA TR G35 25 PE T R IR W23 0 T ACURORE (2 3% A3 2547 HPLC 23087, DAGR B2 I i) 7 1 R
I Vg T AR 12 L AR AR v £ RS T R AR IR R B N R AR

E ACIEEMFEMNT o W% PRSEEMONT NS PR 10008 falreh -8 b RplE .

6 SWERMRR

6.1

BEEF—
BURE o818 b RS e (275

X, =02 XV X100
A

X, —lEEH o- W18 RS A Bl B 9 (/100 @) 5

po — MERUHEMZAT BRI TR BT o1 N RWREE A N BT B Z T (pg/ml) s
Vo —EEE AR B AL Z T (ml)

100——RF &5 R FRIR N o B A 70 (pg/100 @) B9 R %

BURE B B T () .

R B D RS )T

m

X RF X'm
K
X, —HEP - P RS R, RO R A S (pg/100 @) ;

A —UEERE IR 4 S 2 -8 8 N Rl AL, PR o B TR (AU
Ay, —FERRIN P 9-Mi =-p-HH & N 2K Yl i AL R o I T A (AU 5
Avsy —BURERF I 13- =C-p-50 2 N Z A g 1 AR, B g TR AL (AU 5

1.2 —13-X-p- 5 N AR GE B+

Ay —IFERR I P 15--p-80 8 b 3R A T AR, B S I T AR (AUD
14— 15-X-p- 3 N A AHXT R GE B+

A, URERR I P LA p- B b R A e AR B I T AL (AU
Vo — R E AR, B 2 T (mL)

100 — R &5 R FR AT A 5 (ng/100 @) 1 R AL

RF  —— A g% s 3w i K1, 5 g T AR 22 TH 33058 (AU » mL/ pg) 5

— (AAH’I.: +A9Z +A]§Z >< 1‘2 +A]3Z >< 1.4 +A1Z) >< V >< 1000.1 LR NN

PIAR

e (2)

e (3)
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m — R A ()
E T B DR A A WO R RO R IR SR D) B AR B9 D R AR R AR X AL E I
T E R FFTRE .
E 2 WSRGCRE P AT B8 2 D RS R, AT I
AR RIS PR A RO
Xe=X,+X,; N N E D
A
Xp— AP B MRS, BANROCR A 5 (pg/100 @)
X —FErp oW1 R & 8 B0 BOE B 1 5 (pg/ 100 g)5
X — R P p-W1 8 N R E i AN RO AR A 5 (pg/100 @)
. BN oI DR DR RO B Y (g REDHEATRIR .
T SRR B = A T

6.2 BIEEH—
R - D RS RO

Xy

P

m

e (5)

K

Xy — ke g3 N FE & &, B O B 5 (g /100 @) s

pp — MARUERN AR B R b B-FA 8 N R, S N e B2 T (pg/mL)

Vo RO AR A Z T (mD)

100——¥ 55 SR KIR N e B H 5 (pg/100 @) BY R AL

m R B R s ()

L SRR RS AR A PR ORI N E I3 B N E IS B N AR R
T RHERR AT BB W4 o« 918 N 32,

T 45 AR B = A BT .

7 BEE
T TS AT BAT 9 T 57 00 55 AR A 2 08 22 (A A RSP (R 105
8 Hftr

IEERRAE R 5 g o818 MR B-WTE DA RN 0.5 png/100 g, ERBR¥IN 1.5 pg/100 g.
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Mt X A
REBRBRKEREHiE

Al a-HE P RIFEHERIRE

a- T N Z ARG AT (M JE 20 0 500 pg/ml)10 pL, AR 3.0 mL IEC e b o iR 4], 1
AR 1 em, LIECKEN 2 H L ASHGIE KA 444 nm , 052 HWOE R, AT 0052 3 U, B,
VO AL D IR
A _ 3.01

X:EXO,OI cereenenn (AL
A

X a- W I AR B VA R R B R R 22 T (pg/ mL) 5

A a- W EE I B G Y 5 SN RO (s

E e~ N FRAEIE O e A U R B 0.272 55

3.

SO R R B

A2 B-HAE P ERIRAEBERIIRE

B B-H 8 N R bp il AR R EE LN 500 pg/mID10 pL, 7EAR 3.0 mL IEC R e @b IR 21,
FEOARIEE N 1 em, LIIECBE M aS H L ASHEIE KA 450 nm , 5 H W% BE A S 4700 3 e, IO (E.,
TR P F R (AL T
3.01

A
X:fXO.Ol NG WD)
Hif
X BRI g/ mL) 5
A B 2R 0 S A
E —B-% MEEECHE T ERE N 0.262 0;
S W PR B B R
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M X B
B-AE N ESUERBNENHIAERERK p-AF NRBEBLENITE

e RO —2E AT p-W1E DRI E B E S0 N B ST (A LR B IR E] L O X S N BPR M 3
4R HEATRLE

B.1 X7
WL W (1,) 1 0.5 mol/L.
B.2 X FIEH

B.2.1 Ml (0.05 mol/L) ;W HL 5 mL MUA W, R BE & 50 mL.JR%) .

B.2.2 Ayl -0 N R 10 mL B-WAH N R AR MEARE IR T REA TP I 20 pL B ORI 4
AR T HE TSI 40 W HYEAT 30 em AbBEST 15 min, JH AP LB E 50 mL, #4))5140.45 pm
JER L £ HPLC (@350 #r H .

B.3 B-M1%F NEFHIER B E A

A3 B EE N B ARME P W (100 pg/mL) FI S A0 AL B8 85 b R W, #2 IR A F—TEA
HPLC {CHEAT Q3G Mr . M4 p-51 2 D 25 i v 181380 A9 (1% P il ol 42 Se 5 g0 8 N 30 £ B Ik 1] 5
L B N FRARME R FR A SR AL g S R WG R P A e AR AR AL DL e S 2 R g bR
B0 O R BIA N -8 N 3K S M A B O B IS ) . 4 R s - 8 I AT R B (0 3 W 13- (-3
R R Y DR RORM @y 98-8 bR 13- -p- N R AR 15-
M 3C-B-H % N 2, 53 b Al BE I A7 A /s B X285 4 (o i e (i PR LI L

B4 &RAXB-PAENEZFRERBESEMNITE
B B-THE N FE AR TAEW (3 ng/mL) , ¥ 0B 60 % & — 3547 HPLC 4387, EE R 6 IR, ITHE £

R BT N R @R a0 A AR LA R a5 bR A I S 45+ 0 s i FR AR, A e 5l B N K (i 4l
BEd (B 1T

CP =""F %« 100% B N G R D

A

CP — 4R P9 NE@IELiRE, %

Agr—— R pHEAE D& G [ AT2 8 SR R E TEAL (AUD

A —— R B N2 A I 2 e T AR RSP S B R W T L (AU
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M R C
ME M RREREE

Cl a-HiEZENEFMP-PAE NZREGIRERER(Cy )

R @R — AT o SR g bR EOERILIE C.1.

AU
0. 080 m |V

0. 070+
0. 060+
0. 050
0. 040+
0. 030+
0. 020+

0.010
\Y%
0. 000_—,__________,—,___,__,\,‘,\/\/\'\_,\/\}\.} U lk/\

2.00 4.00 6.00 800 10.00 12.00 14.00 16.00 18.00 20.00 22.00 24.00 26.00 28.00 30.00
t/min

II
I

A .

I ——15-Mi=0-p-# 8 M &
13- WR-p-THE &
M—4%R®X o« E MR,
N—2aX -8 &
V9l X-p- T &

Cl o-#HZNEMP-AE PRBEGIRERIER

C2 B-HHEPMNEREEIEECH)

KOG A p- 91 P RO I C.2,



GB 5009.83—2016

. 007
. 006
. 005
. 004]
. 003
. 002]
. 0014 \

) 000-—JL~—~——~ o ~

[ [

T T T T T T T T T T T T T T T T T T T
0.00 2.00 4.00 6.00 8.0010.0012.0014.0016.0018. 00 20. 00 22. 00 24. 00 26. 00 28. 00 30. 00 32. 00 34. 00 36. 0038. 0040. 00
t/min

B C2 p-#AZ MRITERBHEEIER
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Mt X D
HENEZEEIRAERH

PUIE 2 5 A o1 MR K p-1% M R MRAE SO R BILE D1,
D1 HEINEEIRHKRY

Hy Fhy 14 A max /0 EVL.
L N 446 2725
2R 450 2 620
9-JIi 7 445 2 550

B-HHE N
13- =X 443 2 090
15-M0 =X, 447 1 820




