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APBRAERLE T DL rp QA2 1 DI 28 B 2000 7 1) T K S 922 W0 R 92 L 9 AR €0 33 3 AR A € 35 o TR
I RE

2 4 P R IR G 5 W A 3 3 P T DL 26 R LA ity r A2 DL ST R 0 I R 5 0 A A -
AR IR I T 1 125 P T DL 288 B A ity O A 438 R 35 ) ) v SR A2 4 DL 6 25 3R 00 B R (DA 1 72

By X 52 7% MR Bft %

2 JRIE

AR T 35 I e R il T A e R IO A S PR AR A A T R R S R B A B B AR i A B R

B BERR YU 5 T TR T SR B TR W AR 0 L T B I A DU B R S R R AR IC ) S S
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3.2 IXFIECH

3.2.1 PBS W (pH7.4) 4> BIAKEUR R — 280 0.20 g+ /K A BERRA 4 2.90 g. S 1k4l 8.00 g . &
LB 0.20 g, MUK MIFER 2 1 000 mL,

3.2.2 PUURHRREH . FREL 1.0 g BSA, N PBS W (pH7. O M I E 4 % 1 000 mL,

3.2.3 P DA IR TAEW B0 DA HUAR DU BB B 28 TR B

3.2.4 DA Bbric¥) TARW . BT BEOK DA BEbr iC W) B 22 TARWE .

3.2.5 VEMELW W 0.5 mL ntifi-20. 4] PBS ## (pH7. O R FEE 1 000 mL.

3.2.6  BRMIA (6 mol/L):MIX 319.2 mL BiME, Z LM E 600 mL /K, IFHIKH B E 1 000 mL,

3.3 tREmM
BB (DALCs Hy NOy , CAS B 14277-97-5) FRME S .
3.4 FREBKEF

DA i R TAEW - E6H W HGE 5 DA AR MER W PBS 5 WM B I 8 25, O i il 5 422 Vi B2 43 331 Ry
0 ng/mL.0.5 ng/mL.1.0 ng/mL.2.0 ng/mL.5.0 ng/mL 1 10.0 ng/mL A DA ¥rifE R 5 TA/E® ., A
FHELEL .

3.5 ##

3.5.1 U DA PR m AL .
S AR R B TR B AR S 5k B A b 04 R AT A T AR M S LR AL
3.5.2 KAMBLFLIERR :0.45 pum,

4 (LEEFNIG&E

4.1 AR,

4.2 RFJREH 0.01 g,

4.3 HFE.

4.4 BE.OHLFEHE =6 000 r/min,

5 SHER
5.1 H@REK

Z/RAE 10 A DUEAE & IR DL IX 200 g LA b Y ERAE BT DR R & b Ve R R A B TR AR
FARIRARAS (0 C~10 CHEME . WONAFFERE S BT 52 . L BRAK MG 1 HRIE K

5.2 EEH &
5.2.1 &®ETHM

FHE KK DL i SN E ke, DI PR 72 UL JF 7 » K IR Bk 1A 788 25 B e v R A b ke . e 1A
Fo WUHNE 2 AE 5 B A 2L 400 I B DL DD 20 18 A A . O e i AN 20 34 sl RRIE 7] . iC 4R 100 g
DU TALARYY 2 mm 094805 M L 57K 5 min, K HREFE E 2 4 LIRS L &
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5.2.2 REHER

TEZ T AV URAE i SR VRARAS . A 52 VR B 4% 5.2.1 J7 ik UE T 52 IR R UL, BR 2 I
PSP ERBE B B VKR IR 220Kk a3 i G4k . R 100 g M R DL IS5 5, 25 1

5.2.3 DUZEHEEL
W DUBRE S N 17K 5%, 7850 ¥, 5
5.2.4 NRTFHm
FREL 100 g DUIA T il Sl A — 2 S K R 24 h~48 h(4 “C¥#0 , i T i A& .
5.2.5 EhikHl M
FHIB K BE U WK &, W1, ¥ 8, &
5.3 X#FRE

FREL 10 g R 2 0.01 @) il FE I A 10 mL 7K i HEPR % 1 min. A 20 mL H B IR EHR S 1 min,
6 000 r/min .0 10 min, BH L ER . FH 0.45 pm A9 AR GLFL 38 B8 08 L 75 2R 42 U . FH PBS 3 I
(pH7. ) FFE 100 1% 15 B FER B . WO 50 p L BURE RS RE W 2E 17 00 2

5.4 ME

H O AL AR 0 TCFL A5 3 A TRAL 2R IR A A e L P A 456 25 1 % R AL b o R AL RRE VR AL L 43
BIEATAL . 128 X BRFLIMA 150 L PBS S (pH7.4) L AR HER AL A 50 pL JAZHE U 26 8 R bx
HER G TARW AR AL A 50 pL #R . 17 EIR T A AL hin A 100 pLDA Ftricy) TAE W . FHRIR
AL FFIA 100 pLDA AR TAEW . il 780 1R A 1 min, ARSI AR EHME AL LT R AE R .4 CHBE
2 h, WELEHG B LR AR A AL A 300 L e B wh e . B AL AR 2 AL A R
UL EVEMRERAE 2 K FEMOK AR BT B AL 150 pL A A M TMB iR &, EiRkEOLEE
30 min, HFLMA 50 pL FLERVE W (6 mol/L) MR A) & 1k ) i , 7E 30 min P E}JFIE% 450 nm
KT MO BB . 5 iR A B VR 2 W0 7 L s o o ke 1 e P Y T T DR R 5 50 i R A7 0

5.5 #RifEH ZRIHIME

PLAG I DU 35 R bR 38 50 T AR 0 i ViR B 1 L 10 Sk DI 0 e B30 R A8 A b DA% X (DTS Y
B HE VR 1) 3 L WO B R A b 4 Tl A v 1l 2%

RACAE D23 RARUEWR (SRR O 1Y B 43 R OB # X (D15

A :%X 100 % B T G D)

K

A —H R

S — AT DU 25T bR vE A R RE R A S 2 RO
235 6 B ) ST 35 W' B A
s ——0 pg/L W RACHE D55 38 Fn ME T AR WY 1 24 W O' B2 8

6 SWERRE

R AL DL 263 R i 5 B s () 3
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_ e XV X[

m

X < (2)

K

X — e RACPE VL R R R & & B W e B 5 (pg/ @) 5

o — HARUE M Ze 13 B A AR T I b e A M DT 2 B R Y BT & VR BE L B AN e g 2 T
(ng/mL);

V. —— R BOR AR TR B Z T (mDL)

S, TR

IR R PRAE B, B 7 () o

0 E (1 <<20 pg/g W, RS R AL DR 9 8 <720 pg/g.

MM EE =20 pg/g I W 2 52 BR il o 45

L ARRIRACIE N 2R R F KT 20 pg/g WM BIBOA N A EH, AT AL 4,

m

7 Hith

ARITERERIRA 1 pe/g.
KA &L %

8 JRIE

R 28 YRS A (50 00 BB, SR BT 8 1 [0 AR AC IRORE v A L WRORE €035 20 8 A A I 91 5 A AR D 6%
R AR ik E

9 AN

R AR5 A UL A T7 3k B GR35 O ik 2, K o GB/T 6682 HLE B9 — 4K .
9.1 iX#l

9.1.1 ZJE(CH;CN),
9.1.2 HE(CH,OH),
9.1.3 HR(HCOOH),
9.1.4 VKZE(CH;COOH),

9.2 X FIE HI

9.2.1 ZIEBWA0%)  &H 10 mL Z i, H/K#BZE 100 mL,

9.2.2 WER®K(G0Y) . &H 50 mL FE, HARKBEZR 100 mL.,

9.2.3 HWEREW (0.1 mol/L): WAL 3.81 mL W&, FH/KFBEZE 1 000 mL,
9.2.4 R 0.1%) . WH 1 mL vKZ® . FHKFFEZE 1 000 mL,

9.3 #REmM

BB HERFRE S (DA, Cis Hyy NO,g , CAS 5 14277-97-5) 4l fFF =909,
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9.4 HRAERREL S

9.4.1  HRHE PER bR HEME A R (150 pg/mL)  HERH AR 8.3 mg Al 2 0.01 mg) HCH BEMARE S T 2
VW (10 YO W il I 8 45 28 50 mL, B B8 B bm v it 25 WMk B2 © 28 R R AR U i 1 286 B2 AT 40 50, B T
4 CHEOCIRAE AR 6 A .

9.4.2 B BERRARUE R I TAEW - 53 51 W JBUIE St 0 5 R A% 45 W (150 pg/mL) , FH S R (10 26) 535l
i PR BE R 0.3 pg/mL.0.6 pg/mL.3 pg/mL.15 pug/mL.30 pg/mL AIFRER Y] TAEWR . iR S
TAEW T 4 CHOLLRAE AR 341 H

9.5 ##

9.5.1 3 BH & 7 & A 25 BUH: . 500 mg/3 mL, siPEBEA 24 & . (RT3 6 mL H B .3 mL /KAl
3 mLF VA W (50 Y0) 16 4k
9.5.2 fHFLIEAR:0.22 pm,KAH,

10 U=|/FRE

10,1 JRAR GG B AT A B 51 Bl 28 ARG 2%
10.2 43t KF & Ey 0.01 mg F10.01 g,

10.3 4 F# =10 000 r/min,

10.4  TRHERG A

10.5 B0l =8 000 r/min,

10.6  [EIAHAHCR & .

107 H=FE,

11 OWSH

1.1 HEmRE

Al 5.1.
1.2 KHEH&

] 5.2.1~5.2.4,
11.3 iR

FRELS gOREAA 5] 0.01 @) il FEF 50 mL HZEE LA P, A 10 mL H B W (50%0) , Ik g 1R &)
1 min, WAEELE 5 min, L 8 000 r/min .0 15 min, B FERZE 25 mL Fad . 2B HIMA 10 mL
BV TR (50 ) B E R L — K . & 9F BB, IF EEIA I (50 Y B A £ 25 mL,
11.4 RESRL

YRR 5 mL $2HUR RS A B 6t i 1% 58 B 825 - AR A B0 B AR AR DL 1 mL/min (1990 3 3
Ja s AR 5 mL G W (10%),0.5 mL HERAE W (0.1 mol/L) k¥, SFF R 2 min, 37 223 W,
i 3 mL I ERVAE R (0.1 mol/L) ¥t AR FF < 2 min, WAL (3 mL PEREA 2 T 1 g ikFE) .,
i 0.22 pem AKFHALFL 8BRS L A 38R €2 335 0 5

al
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115 =B/ik%
B AR FE AN, >R S5 AR R AR E A R S R 2 BB .
11.6 UBXSEEH

a) A CkE MK 150 mm, 4R 4.6 mm, BifE 3 pm, BPEREA 24 ;

b)  WEhAH: N+ BRI (0.1%0) (13+87);

¢) Jii#:1 mL/min;

d MR35 Cy

e) iﬂ:#ﬁ:lo ‘uL;

O MEWK 242 nm,
1.7 fREHZERHE

B b v R 50 T AR S 3 0 A TBRORE €6 35 A Hb 00 H N A 06 T AR LA B o TR TR B VR R Ok R A
b o DA TR B R DN AL A o 22 W Bm o 12 . 001 98 TR s o 5 YRR VA 35 K1 2 LI BT
11.8 RAHEBRNE

B 3R VA TR TR 0 S b 5 ) 0 T R L AR s v i 2 A5 3] SRR A T A R R 1 R VR
12 SWERRAE

BURE R IR Y s (3D TR

X:({O_‘OO)XV

m

e (3)
SN

X — P R IR 00 A B, SR ORI (g /) 5

o — MBI 2 AR B 4 1CRE U T P R SR Y TR R L B N OE R T (pg/mL)

po — HIBRIE 245 B (19 25 1 ¥ 0 H BB SR IR Y B VR B2 L S M ROE B Z T (pg/ml) 5

V. — VBB AR B B S 2Z T (mL) 5

m G EBO H B R B, B  E(2) .

THI A5 A0 B LA SRR

13 HBEE
T2 SRS PE T AR AT (09 P U ST I R 25 2R (5 268 %0 22 (A o o SR P B (R Y 1094
14 Hfth

AITER R BR ) 0.3 pg/g BN 1.0 pg/g.
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K18 & - 8 B BTk ik

15 [Ri#
TR 2 HY A AL (50 D) B B, SR BT 8 1 [ AR A8 JORE v Ak, 0RE €035 A3 TR BB AGL DU L AP 7 5
16 XF AR

BRARE 53 A UL AR 7k B R 3 0 38 20, K O GB/T 6682 BLE B — 2K .
16.1 H

16.1.1 HE(CH;OH),

16.1.2 ZJE(CH,CND,

16.1.3 H R (HCOOH) : 7 Hrati,
16.1.4  H R4 (HCOONH,) : s #réli

16.2 X FIECH

16.2.1 WS (10%) 5B 50 mL Z i, /KRB E 500 mL,

16.2.2 W (50 %) : FE B 500 mL HIEE, KR BEE 1 000 mL,

16.2.3 WM& 2 wh % W (2 mmol/L): FRHL 0.126 g W MR %, N A 200 pL HWR, HI 7K ¥ i OF 7 B¢
%1 000 mL,

16.2.4  HRIEW (0.3%) W HL 300 pL HIER , FH/KF B E 100 mL,

16.3 #R/EmR
G IR FRAE S (DAL Cs Hy NOg » CAS 2 14277-97-5) 4l FE=90% .

16.4 R iR i BL I

16.4.1  BRE BEIR b5 ME A 25 W (100 pg/mL) MEMHFREL 5.6 mg RS 2 0.01 mg) 3 WM AR MES , HHZ
IR (L0 YO W R IT 2 25 2 50 mL, R E 3 R A v 0 25 TR VAR 38 0 448 R I o o 170 4 38 0R A 7 0 00,

T4 CHOGIRAE AR 6

16.4.2  HCHMEMARME T MK (2.0 pg/mL) : MEFFLEC 1 mL 3R 35 B AR ME A 25 W (100 pg/mL) T
50 mLARI Y, LI (0% E R B AL, 4 CROCIRAF AR 3 M .,

16.4.3  HRCEBE R B AR E R 91 ARV« v 8 WGBS et (K B 1% 20 8 IR s 1 v TRV (2.0 pg/mL) s FH 28
P 0T VAR R O E 2. TC R B A B 43 M 2.5 ng/mL.5 ng/mL.50 ng/mL. 250 ng/mL.
500 ng/mLAl 1 000 ng/ml A3 b5 250 T AR .

16.5 #F#4

16.5.1 SRPAES FREIAHZE B : 500 mg/3 mL, BiMEREAA 2 &, i ARTAK IR 6 mL HEE.3 mL 7K Fl
3 mL VA W (50 Y0) TG 4k
16.5.2  fHALIEAR :0.22 pm, KAH,
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17 {XzEfig&

17,1 WM £ 35 5 6 T35 A3 « e H s 25 2 - R (ESD)
17.2 4 Hr K &4 A 0.01 mg F10.01 g,

17.3 B HE LWL # =10 000 r/min,

17.4 WA PIEVES .

17.5 TRHETRSI A% .

7.6 Hfids.

17.7 MR E

18 ST B

18.1 #Hm=R&E

[l 5.1,
18.2 iXFEHl&

Al 5.2.1~5.2.4,
18.3 X #EREX

RHCS gORHA 2 0.01 @ FET 50 mL B0 H . ImA 12 mL HEEE R (50 %) , W iEIR A 1 min, #
FEHEE 10 min, FRRIEIR S 1 min, LA 4 000 r/min 8.0 10 min, B H FIEWK . FREHH 5 mL HEHER
(50 EE B K, 53T FIER . IFFEER GOV ERZE 25 mL RS, T—18 CtE 2hJ5.5C
T 10 000 r/min &0 15 min, I 15 4510 .

18.4 iXEE&EL

VAR I BCHE O 5 s T 10050 15 Ak B (%) i 9] 2 1 6 R A4 U b, 8 S O 0 TR P 2 R A 1 9 L R
JE4rA A 5 mL ZEHE W (10%) F1 0.3 mL F R IA W (0.3 %) ik vk, ¢ 2 W B, A IR A W (0.3%)
4 mL VeM AR Ve I R IA R (0.3 YO R BEE 4 mLGHHYS T 1 g ik#E) IR SR £ 0.22 pm By 7K AH
L I e 0 o 0 R L Y A £ 13- 8 T 3 M A
18.5 =HiK
18.5.1 R4 (58« BRAS AR Ab L SR S5 iR RE A ) A 35V 20 0 A9 B0 s IV T
18.5.2 25 P JE TR - BEH ZS 1l AE L SR 55 3URE AR ) A B4 20 B8 A5 3 28 B T .

18.6 UF{SEEH
18.6.1 HHEBESEEHG
a) PR Co il K 100 mm, A2 2.1 mm, k48 5 pm . BCPEREAT 2435 5
b)  RBIAH TSR A H R, TS A B oA B R B 2% R R (2 mmol /L) L B FE PRI L B RE PR I 4% 14
W 1;

¢) W#.0.35 mL/min;
D HE 30 C;
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i [A] / min A/ Y% B/ %
0.0 20 80
2.0 20 80
6.0 90 10
6.1 20 80
10.0 20 80

18.6.2 RS E&£H

a) BRI
by TR T

o M7 2 RN IR, R SRR B T L T R T M

d) Wi H R4 500 V;

e) B TEHEME IR 300 C;
D HEfLEE:—8 V;

g) ZFAA WA :12.3 L/min;

h)  HBV R 1.7 L/min;

D AR ST :0.2 Pa,

R2 DEERBET . FETWMERE

. BB FET Filf 451 fiE &=
Hintb &9
(m/2) (m/z) eV
265.9" 17
B RR 311.9
247.9 17
CORNEEE T

18.7 EFRiFHEMEKNEE

W 2 T s v 2R ) A SR A e Bl A 3 AR € - o R T S

FIRH L g e T B DA

JRUbR M 2R 3] AR 0 A0 S TR Y Jo kR DA R AR o LA T A U TG AR A AR L 2 A v i 2, R

FRARMEVE W 22 RN I DI (3 2 WL CL

18.8 X RBAIIE

R R A R A VRO (8 3% - £ I ST S 7 A5 B AR 9 90 P 20 o8 R 0 T e g g T AL L o B AR

T T 24 75 8 R O T R TR Y T A R

TR VA TR R S TR 14 £ P IR TR] 5 b 9 9 TR T A S TR 1Y O B I T 22 1 A D 22 AE 2.5 00 LN,
TR T R 29 S R ) S P A X B O 254 45 Rk A R R A 4 R s o A SRR R S R ) E
T A RE T R BE— B, H AR BE PR 22 AT A 3R 3 2R W AT E R A AR AL S
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x3 EUBFEMFENRARTRE

FE P B R X B >50% >20%~50% >10%~20% <10%
SR B R R 22 +20% +25% +30% +50%

19 SWERMERR

BURE R R IR Y f s (O TR

XV
:m . ....( 4 )
X
X R R IR &R SO RO R S (g /) s
p o H bR R T 2 AT B B R R B R A B R e B N AN S R T (ng/mL)
Vo B E AR B AN Z T (ml)
mo S PRI 2 A R A A T ()

1 000 — A AT,
RS E =M AR T, PES RN fIbRs A1,

20 HEE
TS A 1506 P S0 5 45 S 24 4 22 TR P AT 34 (80 1596
21 Hit

ART7ERK R Ry 0.005 pg/g.E f R 0.02 pg/g.

10



Mt X A
Bl R FIZTFEREARSH

EEMRA1 pug/g.

A2 [EUE
Wi 23k 85 % ~90 % .
A3 EIMH

P dh A8 S R B<<10 0 FERVE S RE<<15 0,

A4 TXRNE

GB 5009.198—2016

Kol DA 22 X b %5658 100% ., 5 STX.OA.PbTx-2 ZilHHEERELLRN.,

11
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Mt & B
RERRIRERARNKEHEBIEE

s
ut
%
B

R THE VA R T VAR €53 15T L I&T B
mAU

3

2.5

- 4. 856

27 DA
1.5
1

0.5

(=}
T
o
[=2)

8 f/min

B B0 BB MBI 0.3 pe/mL) MR & E

12
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Mt % C
KB R ER RN S RN & E

HCH HETRAR ME VR TR0 22 BN s I 53 1R L CL

RT:4. 70
100
80
60
. 40
NS
A 20
# 0
2 100 RT:4. 71
= 80
60
40
20
0|Illl|llIl]Illl|llll]|llI[lYll]Illl[YIll]llIl|
1 9

t/min

B C1 HEEBIRAERKGO ng/mL) 8% kM 15N &%

13



