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BEmEZEEXRGE

BEmPEHESE B KM G REMNE

1 EH

AbrfERMET SR EMESEE B  HMESEB HMESE G  HMESTE G (U THEK
AFT B, .AFT B, .AFT G, fl AFT G,) Byl & 5 ¥ .

AR HE S — 3 A [ 57 22 5 B VR AH €00 15 £ IBC BT 15 3, i FH T4 W B Lol ot L 2 28 R o i L IR R SO
28 R BCHC A TR R A VR LEC T B A A 4L B & A AFT B, JAFT B, AFT G, il AFT G,
I 5E

AHRUE SRS kA OO RS- R AT AT AR v L 18 T T AR ) B LA L s R AR AT S
B S CH S R S B YL T B R B 4 LA B & S b AFT B, AFT B, \AFT G, M1 AFT G, [
M

AR UE S =k A R O A S AT AR 8 T AR W B R A L 28 R R O SE T
JIE B R R A LI B A R 4 LA B & s b AFT B AFT B, \AFT G, 1 AFT G, 1)
W5E .

A 55 DU Ay Tl IG5 W A O A 7% 35 R T A 0 B L 28 R R R RO i e A
il R R B L B A R L L B & b AFT B B9INE .

AARUE SR VLN W )E 38 T T A B L 2 R ) R R RORE 2 v B B R LA
BT AFT B, A9 E

F—iF RUEFREREEGIE-BERREEX
2 R

AP M R R B MBS R B M E SR G UHINE SR G H S /K Bk
VR IR HR I, BRI 3% 120 Triton X-100 (BRI -20) 10 B 2 £h 5% v v W00 ¢ S (ol 22 i 28 9 iy 6 9 3K [
AR AR RE ) A5 Al ) o 38 5 5 2% FIATE i A 0 B L v AL T e A L 5 2 R D8 22 AR € 3% 0 B S TR
iy Al EIRVAES IS E vy o 8

3 AR

BR AR5 A B A T3k B FHsGR 33 2 23 i 2, 7K O GB/T 6682 HLE B9 — 4K .
3.1 A

3.1.1  ZE(CH,CN) « 3% 4l ,

3.1.2 HE(CH,OH) . taifali,

3.1.3 Z % (CH,COONH,) : {aif 4l
3.1.4 A8 (NaCD,
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3.1.5 MR A 41 (Na, HPO,),

3.1.6  BEfR A (KH,PO,).,

3.1.7  SAbER(KCD,

3.1.8 ERMR(HCD.,

3.1.9 Triton X-100[C,, H,, O(C, H, 0), J(&m:¥-20,Css Hypy Os5)

3.2 X FIE H

3.2.1 PRV (5 mmol/L) :FREL 0.39 ¢ 2R, /KR MG BEE 1 000 mL,IES) .

3.2.2 ZME-KEEW (84+16) :HL 840 mL Z &M A 160 mL /K, IR,

3.2.3 W KERK (70+30) L 700 mL HEEMA 300 mL /K.IR%],

3.2.4  ZJE-KEW (504+50) B 50 mL ZJEA 50 mL 7K B4,

3.2.5 ZJE-WEEERK (50+50) L 50 mL ZHE A 50 mL B R,

3.2.6 10%ERMREW B 1 mL $hER 4K F B E 10 mL.IRAT,

3.2.7 WEMREZZ WA (UL T fRIFR PBS) : FREL 8.00 g S ALAN . 1.20 g MR A 4N (51 2.92 ¢ + /KB R
A4 .0.20 g BER A .0.20 g EALBR, T 900 mL K%, FHERRRJE T pH & 7.40.1, MK B
% 1000 mL,

3.2.8 1% Triton X-100(E{ I #E-20) (Y PBS: B 10 mL Triton X-100 (&g i&-20), F PBS ## £ 1 000 mL,

3.3 #rAEm

3.3.1 AFT B #3#Ed (Cr H Of » CAS: 1162-65-8) « 4l B =98 %, B 28 [F R UIE I 852 T 4 ofE 9 J3 Ak 45 (1)
B HE ) 5T

3.3.2 AFT ByARiES (Cr Hy O s CAS:7220-81-7) 4l B =98 U , B 2 [ S8 IAAIE 35 852 T b i 1 Jo 3iE 45 1Y
PR fE) 5

3.3.3 AFT G hp#EfH (C Hy, O; »CAS: 1165-39-5) 418 =98 %, 8 48 [ FANAIE I #2 b i 9 S iE 45 1)
B E) 5

3.3.4 AFT G ApifEfh (Cr Hy, O CAS:7241-98-7) £l =98 %4 , w28 [ 52 IAIE I 42 T A i 1) B E 43 119
PR HEW) T

3.3.5 [ ZENRYC,-AFT B, (Cy; Hy, O s CAS:157449-45-0)  4[JF =98 % , ¥ 4 0.5 pg/ml,
3.3.6 A ZENFRYC-AFT B, (Cy; Hy, O s CAS:157470-98-8) 4L JE =98 % , ¥ 4 0.5 pg/ml,
3.3.7 R REMNHRYCr-AFT G, (C; Hy, O ,CAS: 157444-07-9) 4l =98 % , ¥ M 0.5 pg/mlL,
3.3.8 [ ZREHNIRYC,-AFT G,(Cy;; Hi,O; .CAS:157462-49-7) 45 =98 % , ¥ 4 0.5 pg/mlL,

FE AR T LG G AR 90 U SR T A AR

3.4 FRHERRECH

3.4.1 ARUEREAIRI (10 pg/mL) AP HIFKEL AFT B, \AFT B, \AFT G, fl AFT G, 1 mgCKi#fi & 0.01 mg) ,

M NEH I E A2 100 mL, BIERIKEZZN 10 pg/mL, FRE R ZRR P S 78 —20 C RO

FE % o e PR R A 7 e BE A o (RS HE T 2 DL % A .

3.4.2 RAGAUETAEM (100 ng/mL) : ERHF HUR & R ifEfiff 5 %W (1.0 pg/mL)1.00 mL % 100 mL %

W O R . RS EE#RE—20 CFRAE, =N HAR.

3.4.3 AR R AR LAEM (100 ng/mL) : fEF L 0.5 pg/mL"Ci:-AFT B, . Ci:-AFT B, " Cyr-

AFT G, F1YC-AFT G, 4% 2.00 mL, HZHEE A ZE 10 mL., £ —20 C N EOLIRAE. 2 H .

3.4.4  FRUER I TAER W E0H B BUR & 45 i TA/EW (100 ng/mL) 10 pL.50 pL, 100 pL.200 pL.

500 1,800 pl.\1 000 pL % 10 mL Z &I H . HIA 200 pL 100 ng/mL (R4 F N bs TAER . FHPIUR

MHERZZE B H W B &8 0.1 ng/mL.0.5 ng/mL.1.0 ng/mL.2.0 ng/mL.5.0 ng/mL.8.0 ng/mL.
2
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10.0 ng/mL ) RFNFRIEH T .
4 (UEMIEE

4.1 SIHKHL.
4.2 EHEEHL,
4.3 HLUEREHL,
4.4 TR UL/ W TETR VA% B IR .
4.5 K& 0.01 g M1 0.000 01 g,
4.6 IWHEIRAA.
4.7 FEEPLFEEE FE 6 500 r/min~24 000 r/min,
4.8 BE.OAL =6 000 r/min,
4.9  BEESLFAEUEAC . P | AR AR TSR B 1.6 pm.
4.10 [EAHFERCEE GFHZS 50,
411 HRAL.
4,12 WRAH - E I T RS P S S U
4.13  WEAH ISR,
4.14  ARPEFEEE AFT B HE A 2>200 ng, AFT B AL ZE=80% , AFT G, (38 X J o =80 % (4
W ES W% B .
S T A ) Y 1 3 FRE 78 G A AT I R B
4.15 ¥ [ A T R A A 2R 04 A AR S T BB AH 24 i R AR RO (LR T AR A A < X 2% 3 AR
o T 5 B
4,16 TRFLUESK . HF 0.22 pom BCFL U8 R Oy 326 FH 008 S 107 2R FH s 74 37 YRORS: 560 DA G I BT B 5, D T D)
4.17 M1 mm~2 mm R AL,
4.18 pH it.

5 OWSE

0 AN]R8 8 2 AR L 7R ity B A 90 0 AR 08 G 1) 88 4% 5 T T BE 23 W AT A (] 107 322 4% IR 3
TR I 4 A3 F) 45 50 ] 5 SR R AT #R AT

EREBNOMBRETIENAERERBARIT, ZXEMEX(EHEL BEEEXNMIHNRES
MEFYEMRKE. EBINTHIRER REFNZBEMBSYHERREEMBRIPERE.

51 H@mEl&E
5.1.1 HEHKGEYH. &iH.BE%)

SRR R T 1L, 0 T AR R 5 R il 20 R AE 3 MR (] —HE W B S o i A7 WA
BERLTE— A2 A T A1 HLIR 2 )5 FEh AR A 100 gCmL) B BEAT RGN

512 ElffHR(EVRESG BREFEX . BZYILEXEHEHERD)

KRBT R T 1 ke OB B LR R 8% i 0, 6 HORE AR /N T 2 mm FLAR IR T L 1 & 49 20 ) 4
Oy & 100 g AT TR 4% B OR AT BEAS I T

5.1.3 FREEI . EHH)

KRR KT 1 kg(L) X TASH A SF AR M 2R 3 D% (] — ksl 5) , 1T 414
3
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W FERL IR 20 05 o A7 T AR D o R A (A T

5.2 MR

5.2.1 Rik#&

5.2.1.1 &4k g

FRELS g iFE O 2 0.01 @) F 50 mL B0 H L, A 100 pL R Wb TAER (3.4. ) IRFGIR A
JGEE 30 min, MMA 20 mL ZHE-7KIEK (84 -+ 16) B BE- /KA (70-+30) , iR EIR A, B T = I/ iR
FEIR G e B IR T YRS 20 min(BHY E I 3 min) - 7E 6 000 r/min F &[> 10 min, B F{E W& H .

5.2.1.2 &iMm B

RELS g iMFECHERI R 0.01 @ F 50 mL BE.LE P IMA 125 L A ENB T/EREZIRS G E
30 min, S EEASZE 25 mLCGEMZE 0.1 mL) . IRIEIRS . B TR A I/ IMIER % 288 5 K IR
% 20 min(BHH T B 3 min) . 7E 6 000 r/min F &0 10 min (B34 55 B B8 £ 4k g 4% ok ug) , B b
B .

5.2.2 B &
5.2.2.1 —REHHER

FREL 5 g A ORE A 28 0.01 @) T 50 mL B0 L MA 100 pL R ER Nis TAERIR G IR A 5 # &
30 min, fIA 20.0 mL ZHE-7K% W (84 +16) 3 H BE-/K I W (70+30) , i HE TR 5T, B T8 7 I/ 09 e B
Gt m B R R IR 20 min (B FEA Y 3 min) 76 6 000 r/min F 2.0 10 min(E ¥ 55 3 5 25 4
TEAC IR LB WA .

5.22.2 BHIEFRAMBLHILEHHER

FREL 5 g A ORE B 22 0.01 @) F 50 mL BE.0E A 100 pL AL 2R Nis TAERIRG IR A )5 # &
30 min, filA 20.0 mL ZHE-7KE W (50 +50) 3 H BE-/K W (70+30) 5 i HE TR 5T, B T8 7 I/ 08 e B
Y eswi i R PR 20 min(E A AL 3 min) . fE 6 000 r/min F &L 10 min (B i 5 3% 55 2 4
UEUCIT ) J B WS .

5.2.3 FimEEEmR

FREL S g BURECRE i 2 0.012) F 50 mL B0 W i A 100 pL [F4 R WA TAERIR G IR & 5 # e
30 min, fIA 20.0 mL ZNE-7K¥ W (84-+16) 5% H BE-/K W (70+30) , B T8 74 I / W e 41k ¥ e 5% IR
R 20 min(EHY AR 3 min) .7E 6 000 r/min N &0 10 min (B 55 35S 2F 4 g8 403 38D .
BT A H .

5.3 HmEL
5.3.1 BREFEMESEL
53.1.1 LHBEHES

WERRE 4 mL F3SW . IMA 46 mL 1% Trition X-100(EK M JE-20) 1 PBS (fifi A B l- 7k 175 W 2 B
AT RE A TR AT

53.1.2 REFMEMNES
B T DR AT B G825 R IR A 38 5
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5.3.1.3 RS

T A28 2 AU P JECA O TSR 8 B ORRE VRS 2= 50 mL VRSS20 b L 8 T R L 9 R TR A
1 mL/min~3 mL/min 3 B T . FFREBE 75 AR TS M A 2X10 mL 7K, AR E T 38
WUk G E AL . Rk o8 )T LS 4 T 2R ke . MBS 028 R G0 A6 2R FAE R 8 10 mL Z1 B
WA BUT 50 mL BYESTEFE A 2X T mL FBEVR B2 AR, #%8] 1 mL/min~3 mL/min B #
T B2 i T o A R Ve I 2 b . 7E 50 CTF AR 28 8 MUK VE I W W 0T, n
A 1.0 mL WAL ShAH IR BE 30 s VERAR B9 ,0.22 pom 38 IR 08 L IS 82 BBV T R AP LA &S HERE

532 EHMESHEEESEUHEMEEFEMERMERIEM. ARMMEREERER
5.3.2.1 #UHEERL

P OIS B B W AR AR SR AR U E AT ek Wi A BRI T
5.3.2.2 BREFMIESL

FH %) BE RS WS ME R W B SR AL W 4 mL. I A 46 mL 1% Trition X-100 (B 1H-20) (14 PBS[ {5 Fj H
FE- K S WA BT A 23 mL 1% Trition X-100 (&M #E-20) i) PBS],184), ##% 5.3.1.2 F1 5.3.1.3 AbFE,
S A E (FEL) S 1130 (B L) 1 [ AR A U2 1T A AL 458 45 2 805 8 .

5.4 HHEBESELHE

WAH B35 2% 255 anF .

a) UM A M5 mmol/L LERE W : B A L - B (50+50)

b)  BEEEVEM:32% B(O min~0.5 min),45% B(3 min~4 min),100% B(4.2 min~4.8 min),
32% B(5.0 min~7.0 min);

o) AT C R (HE K 100 mm, AR 2.1 mm; ERPRIAR 1.7 pm) , A 4 &

d) Wi :0.3 mL/min;

e) HIR:40 C;

D R0 pL.

55 RiESHEZH

Jii% S 2% S HI I E .

a) Ky = 28 OV I (MRMD ;
b) B FIEERA S0

o HBTEESH.ZWE2;

D FETFHME . SIWE C.1~E C.8;
e) VAHE LB A . DLE CL9,

®1 BTFERSISHE

LB 7 = ESI'
EMERIE/KV 3.5
HefLH R/ V 30
SARE S 1 R/ V 14.9
SR B EE 2 R/ V 15.1

al
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x® 1)
BRI B/ C 150
HEFL IR S i/ (L/h) 50
JI o 0 SR BE / °C 500
Ji s M A it/ (L/h) 800
MR/ V 650

I BEE T FE i BT filf 48 B & EME T ill 18 e & gy
(m/2) (m/2) eV (m/z) eV
AFT B, 313 285 22 241 38 ESI"
BC-AFT B, 330 255 23 301 35 ESI*
AFT B, 315 287 25 259 28 ESI*
Y C;-AFT B, 332 303 25 273 28 ESI'
AFT G, 329 243 25 283 25 ESI"
B C-AFT G, 346 257 25 299 25 ESI"
AFT G, 331 245 30 285 27 ESI*
YC,-AFT G, 348 259 30 301 27 ESI*

5.6 EMEME

TURE R H AR AL 0 (0 T35 U £ F PR ISF T8 5 R I o8 5 33 A ) R B EF ) 4 LU A, 78 A3 PRIV A 2.5 04
ZW,

B AL T E P B T e A B D R AR — AR R A T L R — AR e
X[l — A& W 4 it b B RS A S W B TR A 1B 1 R X T R L 5 v B A 2 AR VT WO L L SR T 22
AR 3 MUE T L

x3 EUENENBFFENRARTRE

X EFEE/ % >50 20~50 10~20 <10
FOVFA R 25/ %6 +20 +25 +30 +50

5.7 FRiEH L HHIME

TE 5.4.5.5 HOWRAR @1 83 5 BTG AU 25 P8 8 L K bR i 28 51038 00 ey AR 2 e ViR BE ERE AN L LA AFT B,
AFT B, \AFT Gyl AFT G, (8% W 15 45 5 07 P9 A €0 335 06 ) 06 17 AR L - 2 A P 44 80 s o gty £ [0 09 5
e HEAMEAN S R BV KT 0,99,

5.8 AEFEBRRHNE

5.3 A FEA B A4 A DA R S PN RR T T SRR DR TP R A B SR R E L 5 6 BT SRR AL
TR0y 04 5 ko R A R P A ) L (LIS 7 A o i e P S L DAY R e e A U > el HORE B
B E
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5.9 =RHKK

AFRBOARE 4% 5.2 5.3 AR BRI A8 . DEBRIAAS & T Fr Il 4o i 1 e
6 SMERMIKIR

WA AFT B, JAFT B, \AFT G, il AFT G, 5% 88 23X (D IH5E .
o XV XV, X1000

X V, X m X 1000 (LD

L

X  — ke AFT B, AFT B, \AFT G, 8 AFT G, B & . 307 o 5 T 50 (pg/ke) s

p — #EEER R AFT B, (AFT B, \AFT G, 50 AFT G, i 18 P8 45 12 76 b o il 28 v X 17 114 vk
i B 9 v B = T (ng/mL) 5

Vi SRR B IO AR R0 i g 1 0 2 T e i A 17 i BRI L 5 386 3 T 4 8 25 VAR B
HN 2T (mL) s

V, RS G SR VR LS 1 R 28 A RBL, B Z T (mL)

1 000— 55 R %4

V, WA B R AR AR B Z T (mL)

m —RFERFRRE I B T () .

TS5 RO = LA 8T

7 B

B}

E

T 5 A PR A5 F T BRAS A TR U 37 I A 5 R A 4 X 22 (AN AR G RSB 20 %,
8 Hft

MPREUESS 5 g I AFT B BRI 4 :0.03 ng/kg. AFT B, iI#6 HHBR 4 0.03 pg/kg. AFT G, 1916
HBRM 0.03 pg/kg, AFT G WK PR K 0.03 pg/kg; AFT B, & &R M 0.1 pg/ke, AFT B, & R
H9 0.1 pg/kg, AFT G, 1 E BN 0.1 pg/kg, AFT G, [E B R A 0.1 pg/kg.

FTiEk BRRMBRBIE-HRILTEE

9 FIE

WAEETPWEMESR B HMERR B, AMESR G EMEER G, M- 7K W P EE-K
VTR TR A VA TR B B, B U 20 9 il 5 7 R A b A v AL L BRI B AR LR R KL A ST
Yo 5 AL T = 9 £ BR AT AT 28 L JBOAH E 40 B L  A T A A ), AR T

10 FFI#F A4

BRAE S A U A D5 3% B GR35 D 3 A i, KO GB/'T 6682 BURE HY— 20K .
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10.1 X5

10.1.1 HEE(CH,OH) . {44l ,
10.1.2  ZJE(CH,CN) . (i 4l
10.1.3 IECKE(CoH,) : fAikal,
10.1.4 = LR (CF,COOH) .,

10.2 XFIECH

10.2.1 WS- /KIE W (84+16) B 840 mL ZH5HA 160 mL /K,
10.2.2 W EE-/KER (70+30) B 700 mL HEEMA 300 mL /K,
10.2.3  ZME-/KEW (50+50) : B 500 mL ZAEMA 500 mL /K,
10.2.4  ZME-H EEE W (50+50) L 500 mL ZAF A 500 mL H i,

10.3 #rAEm

10.3.1 AFT B #p#iEdh (C- Hp, O s CAS 5 :1162-65-8) - 4l i =98 % , 8 4% 8 8 U AIE I 4% T 4 i ) Jo AiE
PR bR AEY) R .
10.3.2  AFT By ARt (Cr Hyy O s CAS 5:7220-81-7) 4 B =98 % . 8% 28 [ 5 AIE 3T #2 T 4 i 49 0 3IE
PRI FRAEY) R .
10.3.3 AFT G bp#fEdh (C, H, O; ,CAS 5 :1165-39-5) : 4f & =98 U5, 8 25 8 58 IAUE I 4% T b v 9y o J1E
BRI bR AEY) R .
10.3.4 AFT G, ¥p#Ef (Ci, Hy, O, ,CAS 5.7241-98-7) : 4l i =98 % , 8% 45 [H 48 IAIE I 4% T bk 1 1) o 3iF
BRI bR AEY) R .
SE o b T LA L 90 U SR R B VAR

10.4 FREBREEH

10.4.1  FRufEfE & W (10 pg/mL) : 2» BIFRE AFT B, . AFT B, AFT G, #l AFT G, 1 mgCH#i &
0.01 mg), NG M IF e 45 % 100 mL., MIEWREEL N 10 pg/mL., WIREH 2R D5, £
—20 C FHREOGOAE & I AT AT R (RS I S WL S AD

10.4.2 RAWUETAEW (AFT B, #1 AFT G,:100 ng/mL,AFT B, fl AFT G, :30 ng/mL) : # i #% B
AFT B, Fl AFT G bR R4 1 mL,AFT B, fl AFT G bRy A5 45 300 pL & 100 mL 45 4
b, 25 E R, WEFEDOE—20 C TR, =N ANHRL.

10.4.3  HRifE R T ARG W o0 900 e 00 B8 BBOR & A o TA/E W 10 pnL.50 pL.200 pl.500 pL 1 000 pL.
2 000 L4 000 pL 2 10 mL ZF S, WG sh A E & 2 20 (&% AFT B Ml AFT G K E N
0.1 ng/mL.0.5 ng/mL.2.0 ng/mL.5.0 ng/mL.10.0 ng/mL.20.0 ng/mL.40.0 ng/mL, AFT B, Fl
AFT G,#&J% # 0.03 ng/mL.0.15 ng/mL.0.6 ng/mL.1.5 ng/mL.3.0 ng/mL.6.0 ng/mL.12 ng/mL
1 2R S BRAE O .

11 {XEEMig&E

1.1 5K HL.

1.2 =B EL,

1.3 HLUHHHL.

1.4 A B/ R IER G i 53U R
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11.5 K. &4 0.01 g fi1 0.000 01 g,

1.6 WiER A

1.7 EHEYFELEHE 6 500 r/min~24 000 r/min.

11.8 B0l 53 =6 000 r/min,

1.9 BEISLFLE PR A0 Dol L S i AR T RO B 1.6 pm,

1110 AMWAL.

1111 AH TR B2 G A I &%

1112 %o Btk

1113 B a5 2 & B Y A 28 B4 AL RE CLLR R RR b AR B A 24 &
1114 —RPEALUESK 47 0.22 o FlCFL U8 IS CFir 326 FH 908 T 107 2R FH s o4 328 Y806 565 6 DA G W oY B 4, v
D .

11.15 %M .1 mm~2 mm R HLE.

11.16  [HIRFE.

11.17 pHit.

12 SHTR

121 #Hmbl&
1211 HEEREY® . & EEE

R R T 1L T AR R R b il B0 R 4R 3 AR (R — bRk a5 ) 8 T A7 W A
FERLTE— A2 A 21 HLIR 21 ) ,/\EF'EﬁE’J 100 gCon L) B dh EAT LI

1212 BEFEHER(BYRES B BREERFE BHILALEHERD

AT AR T 1 kg, F e OB B UL IRy B, 2 0, i R A2 /N T 2 mm FLAR IR 0 IR 5 3850 5 4
E 100 g AEAF T RESI P B B B I

12.1.3 ¥RE (B . E5HE)

KRBT RT 1 kg(L) X0 FAE IR S ARG T 2 RE 3 D (A — Atk el 5) . HHA
R PG FEIR A5 A7 TR SO s B R A L A I

12.2 #MRIRE
12.2.1 TREH &R
12.2.1.1 1E4mAs

FRECS g iIEE CREA = 0.01 @) F 50 mL BB A 20 mL O E-/KE K (84 +16) ok H BE- /K &
W(T0+30) , IWTEIR ), B TH I/ IRIER G 8 IR P IR 20 min (B HHE#HRBEE 3 min) . 7
6 000 r/min F&.L> 10 min, B VK4S H .

12.2.1.2 #&ih B

S g I MM E 0.0l 9 F50mL BLER, AZHEEFBEERSZE 25 mLOEMZE 0.1 mL) iR
WEVRA] BT I IR ER S A SR R PR 20 min(SH Y TS E 3 min) o #F 6 000 r/min K &0
10 min CEg ¥ 575 B B8 245 e g 4K 98 B Ly 4%
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12.2.2 ElfEHm@
12.2.2.1 — R EEHm

FREUS g iMBE OB = 0.01 @) F 50 mL BB P INA 20.0 mL ZHE-/KIE K (84 -+16) 5 B liE- /K i
W (70-+30) IR HETR &), B T M 5 I /IR eIk 7 w8 BCFE IR P PR ¥ 20 min (B R8T 3 min) , £
6 000 r/min T &0 10 min (B4 55 3% 55 £F 4E g 403 8 , B F i e .

12222 BHIIEBEAEHMBLHILEHE SR

RIS g R CRTIE 0.01 @ F 50 mL BE.LEH A 20.0 mL ZBE-7KIE W (50-+50) 8 F - 7K %
W (70-+30) IR ETR 53, B T 5 I/ IR e IR % #8 SR R P PR % 20 min (B ¥R AR 3 min) , 7F
6 000 r/min T &0 10 min(B{I R 5 B B8 £F g 48 38 , I B &5 .

12.2.3 b

FREUS g IMBE OB = 0.01 @) F 50 mL BB P INA 20.0 mL ZHE-/KIE K (84 +16) 5 B liE- /K %
W (70+30) B T I /A HEIR T #e 5% K PR Y 20 min(BH I B #5345 3 min) . 7E 6 000 r/min F
B0 10 min (¥ 5 B 55 47 4R 403 8 B LT A .

123 HmEHESEEEAUESRL
Mo WOE 8 F I R 3% A AU AE 4R VR UL T R AT v Wi S8 i AL
2.4 7%

FHAS WA HERR I 4.0 mL HHE T 10 mL .08 578 50 °C T AR ZEZ R 2351, 400 A
200 pL IECVREAT 100 pl =8 LR I iE 30 s, 7F 40 °C =1 C WE A A7 42 15 min, fi72E 45K 5 . 16
50 CTHASRZZ MK AT AWK ZIE T, H¥I R ER 2 1.0 mL, ¢ 30 s R B, o
0.22 pem YA WSCBE DB T AR b LA A8 A

125 GiEsE£H

RS H KT .

a)  TRAhAH A MK, B A OG- B R (50+50)

b)  BEEBEM:24% B(0 min~6 min), 35% B(8.0 min~10.0 min), 100% B(10.2 min~
11.2 min),24% B(11.5 min~13.0 min);

o) gL Ce (K 150 mm 3 250 mm, AN 4.6 mm, FURLRIAE 5.0 pm) , B AH 234 ;

d) J#H:1.0 mL/min;

e) AEi:40 C;

D FEREAERL50 pls

g) KK &k K 360 nm; £ K 440 nm;

h)  WAHEEE . S 0K D1,

126 HmillE
12.6.1  #RAEH LB HIE

FRBARME A VA 00 P AR 280 o A R U A ARG DN LA e T R A 24 Al b E O B AR AR AR T L A B A
HEEEYE Dy
10
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12.6.2 KB AKRENE

T A 980 v e M A 5 0 g o 7 L £ o 7l 2 P YU BT A e 2 e e P T A R i DU L A R I
PRI AT

12.6.3 =HIKK

AFRBGRRE 4 12.2.12.3 1 12.4 BI2BRMM e A28 . NBAN &7 TR 4 4309 i
13 SWERHERR

Wk AFT B, JAFT B, .AFT G, fl AFT G, 5% 8 et (2 i3,
% — p X Vi XV, X1000

V, X m X 1000 ez

£

X ke AFT B, .AFT B, . AFT G, 8 AFT G, & &, 507 Fiove s T 5 (ug/kg) 5

o — R AFT B, \AFT B, \AFT G, 5 AFT G, #% 18 b ik 78 b e il Z2 v 4 R i
BE L B AN v B2 T (ng/mL) 5

Vi SRR B IO AR R il g T A L2 T e i A o i BRI L s 36 i I 4 8 25 VIR B
Hfii A2 T (mL)

V, IR e AR B Z T (mL) s

1 000—#538 R4

V, AL B BURE AR B B = T (mL)

m A EEFREE R A ()

THRZE R =AM .
14 HEE

TEH S PR S5 T BRAS 4 TR R 37 I o 5 R ) 266 X6 25 (E AN A5 B i SRS (B Y 20 %0,
15 Hit

MFREBURE S 5 g B AERTAT 2R VL B9 AFT B, ik H R4 0.03 pg/kg, AFT B, B4 R4 0.03 pg/kg.,
AFT G, Kz R 0.03 pg/ kg, AFT G, B HBR A 0.03 pg/kg: HERTATAETE R AFT B, B9 E 8R4 0.1 pg/
kg, AFT B, iyE R0 0.1 png/kg  AFT G W& 5 RN 0.1 pg/kg, AFT G, BE 5 RM 0.1 pe/kg.

FZHE BURERE-HEEITEE

B TR T7 3k B AT IR 2 o A A R AT A DAl s AT A R A A AT AR SR AR S AT AR DTk
AR S PR AR O L e B A — MO I R AT

16 JRIE

WA ER R B EMETR B A ESR G VHMESR G, 1 Sk S mE-k
11
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VTR TR 5 VA R I B TR 0 B B 2 MR v AL R 4R L AL RO 4 L 8 L DB s 2 R i 20 2 A
Ja A3 A GBSO A7 A2 DOBAR AT 2R VAR SR AT AR A5 s R EOURE I AR A I L PR i E B

17 R A A

B AR 55 A U B A T3k B FHRGR 33 2 23 i 2, 7K O GB/'T 6682 BLE B9 — 4K .
17.1 K H

17.1.1 W (CH,OH) . a4l

17.1.2  ZJE(CH,CN) . a4l ,

17.1.3 S48 (NaCD,

17.1.4 B A 41 (Na, HPO,)

17.1.5  #R —&# (KH,PO,),

17.1.6 S (KCD .

17.1.7  #HER(HCD.

17.1.8  Triton X-100[C,, Hy, OCC, H, O), J(E I #-20, Css Hypy O o
17.1.9  WUAT A= FH 5] - Al (1)

17.1.10  BATAE M R = BALIEE (C; Hy BryN,) .

17111 B Ak 2= A7 A Al AR TR BT (KB AR (HNO,) .

17.2 K FIECHI

17.2.1 M- /KEER (84+16) . HL 840 mL ZJEMA 160 mL /K.,

17.2.2  WE-/KER(70+30) B 700 mL FEEMA 300 mL /K,

17.2.3  ZME-/KER(50+50) . B 500 mL ZIEMA 500 mL /K.,

17.2.4  ZME-/KER (10+90) . B 100 mL ZAEMA 900 mL /K.,

17.2.5 MW BRI (504+50) B 500 mL ZHEMA 500 mL FEE,

17.2.6 B2 2% wim T (LA T R FR PBS) : FREL 8.00 g & ALAN . 1.20 g BEFR R 48 (5 2.92 ¢ + — KR A
T .0.20 g BEFR AAT.0.20 g EALEN 900 mL AKIE MR, FHERRR M pH = 7.4, K EZRZE 1000 mL,
17.2.7 1% Triton X-100 (M #E-20) 1 PBS: B 10 mL Triton X-100, ] PBS 4 % 1 000 mL,
17.2.8  0.05 Y0 MLV WL FREC 0.1 g i, ] 20 mL W BV A% 7K € 25 2 200 mL, A 0.45 pm (Y 38 B L
U8 BT I BT 5 AT A= R D .

17.2.9 5 mg/L = {RALMEBE KW AR 5 mg = WRALIERER T 1 L Ko, H 0.45 pm A998 B3 38, 30
T B0 SR I A3 A A D

17.3 R

17.3.1 AFT B #n#fES (Cy Hi, O , CAS 5 :1162-65-8) 4l FF =98 % , 8% 28 [/ A AIE I 4% T b5 W) 5 GiE
B 1 bRHEY)
17.3.2  AFT B.As#Edh (Cr. Hy, Og  CAS 5 :7220-81-7) - 4 i =98 % , 5 £ [H 8 AIE 3 4% T 4 M 4 i 3
B B bR HEY
17.3.3 AFT G Fs#EM (Ci, Hi, O, ,CAS 5 :1165-39-5) : 4l i =98 % , 8% 25 [ 48 IAIE I 4% T bk 1 1) Jo 3iF
B B bR HEY
17.3.4  AFT G, #5#EM C, H, O, ,CAS 3.7241-98-7) . 4 BF =98 % » 5 £ [ 58 VI 31 4% 1 47 M ) Ji diF
bR HEY)
SE bR AT LA 0 AR 90 U SR A T B VAR
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17.4 FREBREEF

17.4.1  FRUEGE & VAW (10 pg/mL) : 22 BIFREL AFT B, . AFT B, AFT G, fl AFT G, 1 mg U5 #i &
0.01 mg), MW JF € 4 2 100 mL, WIHWWEIEZE N 10 pg/mL., WK ® 2 XA 5. 78
—20 °C FEOLIRAE AL G RS T W B AT R HE T 5 DL SR AD

17.4.2 BEFHETAEW (AFT B, Ff AFT G,:100 ng/mL,AFT B, 1 AFT G, :30 ng/mL) ; i #i # i
AFT B, Hl AFT G & W4 1 mL,AFT B, fl AFT G, Fr A% & W4 300 pL & 100 mL 2 &
W, K ER . BEERE—20 C R = A NA R,

17.4.3 bR RG] TAE W 53 B E 00 B8 BUR A A5 E T/EW 10 1,50 p1..200 pL.500 pl.1 000 pl.
2 000 pL.4 000 pL %2 10 mL s, PG sh A 2 & 2 20 (& AFT B, Ml AFT G, #k EEh
0.1 ng/mL.,0.5 ng/mL,2.0 ng/mL.5.0 ng/mL,10.0 ng/mL,20.0 ng/mL,40.0 ng/mL, AFT B, #l
AFT G, ¥4 0.03 ng/mlL.0.15 ng/mL.0.6 ng/ml.1.5 ng/mL.3.0 ng/mL.6.0 ng/mL.12 ng/mL
1) R IR HER WD .

18 {XEEFNi%&E

18.1  Z2J%HL.
18.2 = UM REHIL
18.3  A1ZUR ML,
18.4 AU/ WA TETR G A 5B R .
18.5 K. J&4= 0.01 g 1 0.000 01 g,
18.6 IWIEIRA
18.7 A %4 6 500 r/min~24 000 r/min,
18.8  Ej.0oHL .5 # =6 000 r/min.
18.9  BEESLFLEPEAC Pl | s i RAR T RO B 1.6 pm,
18.10  [EIAHAE U B (i HLZ5 50 .
18.11 &AL,
18.12  VRAH 353 . T 7€ e A I 25 Criy — M (A BRI 3l it ko R AR R 3 )
SE Y PR I R AT A S EAT A 7 A S AR
18.13 M AH LA,
18.14 Sk 5 AT 4% GEH Tk E M E fir AR .
18.15 IR FIH: 5 AT 42 25 B G TRl s R R AT AR ) o
18.16 ML 4E G AT 4% GE A THALEHE AR .
18.17  #gE E AL . AFT B FE4 7 >>200 ng, AFT B, B I % =>80% ., AFT G, 1938 X i E =>=80%
(B ik k2 W % B) .
SE X T Y AR S RURE e R O e B
18.18 5 [l 8% 5 2 [EAH v Ak AT 58 Ty BB AH X4 19 81 AH 28 BURE (LA 7 AR e A0 AT - X 52 2 6 0B o D0 7 o)
i A
18.19  —RPEALIE Sk 45 0.22 pom fFL 3 B T 356 P 08 S 7 SR ) o o 88 YRR A 56 i A TG W o B %2 L
fiRD .
18.20 M .1 mm~2 mm iR THEFLIL .

19 HHTE

o A [ R 04 B 8 S35 RRE S R il L AR L b R0 35 M58 149 48 5 T T R WS AT AN [) , 7 32 4% IR 3t 7
13
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8 P B A3 A 45 P 0 T 5 SR AT A
EREBNOMBREIENAERERBARIT, ZXEMEEX(EHEL BEEEMMIHNRES
MEFYEMRKE. EBINITHE IR REENRBEMRBSYH E R REUEMPRIPERE.

19.1 #Hmbl&
i 12.1,
19.2 #H#miRE
i 12.2,
19.3 HmEi
19.3.1 HEFMEEL
19.3.1.1 EHBRESE

B 4 mL FiR BV MA 46 mL 1% Triton X-100 (3% H:3-20) 19 PBS(fii B B B 7K 945 W 2
B ] a2 A LR AT

19.3.1.2 BREEMHFHNES
FACIR TR e S Ik E 2=,
19.3.1.3 iX#EmEKL

B35 S5 FVRE N BB AR R 37 )5 o 8 R RE VR RS 2 50 mL S AR 6 b, 0 YT i RE L 4 )RR R L
1 mL/min~3 mL/min KBRS E T . FREEWGRH 525 TR S 88 8 N INA 25X 10 mL 7K, DURGE ¥
WMRVE e R AL . KT S8 5 L2 R TR FRE . Mg B0 28 R 8 TR R AL T 3R & 10 mL %1 B2
UL BCR 50 mL MESF &, 21 mL HVEEPRBEE ATAE 28] 1 mL/min~3 mL/min {3 % T . #
PR S Al TSR AL O P vE B R =0 P 7R 50 °C R ARG S 1R U R e = 0 T TP IR
TANAHE A E 1.0 mL,IRHE 30 s MR Y .0.22 pm JEIEE U8 A D8 T T UERE I LA bR

19.3.2 EHESHRERSUEMREFNERRERHER . ABMKRESERER)
19.3.2.1 HEUHERL

R WO f2t 1 1 0 19 v A A 4R A U W A v MO iR AR
19.3.2.2 SEFEMTEL

JH 20 5 7% W v e B | 3 Ak T 4 mL A 46 mL 1% Triton X-100 (&g J&-20) () PBS(fif
PP - /K O T R BB P U2 i A LIRS . #% 19.4.1.3 AbFR
S A E I FELO SRR [ 3 (B i B AR A U R T AL 451 2 505 T .

19.4 WHHBESEEHE
19.4.1 EHTEFFR(RKRBEBBEELID

WAR OIS S 25T
b) SRR EEVE S AL65005 8,350
14



c)
d
e)
D
g)
h)

GB 5009.22—2016

ERERE Cp B (R 100 mm AR AR 2.1 mm . BFURPRAR 1.7 pm) B2 % 5
Fi# :0.3 mL/min;

R 40 °C;

HERERE 10 pls

R WK 2365 nms KBTI 1436 nm(AFT B, \AFT B,),463 nm(AFT G, . AFT G,);
WOAH 3 B ILE D2,

19.4.2 HEXUFITEE

WA EIESH KN T

a)
b)
c)
d
e)
D

g)
h)
)]

WENAH AL KB AH, SE-HEE(50+50) 5

ERRRE VR A5 AL 68%5B,32%

A Co B (BEK 150 mm 3K 250 mm, #E AR 4.6 mm, HAEPRAR 5 pm) , B Y #
Fi#E :1.0 mL/min;

R 40 °C;

HERERE .50 pls

oAb E R I A A 2

PR W 360 nm; KK 440 nm;

WA 45 B WL D3,

19.4.3 #EE#MEURIKFITEE

19.4.3.1

HE#ATE X

WA EIESH KN T

a)
b)
c)
d
e)
D
g)
h)
1)
P
k)
D

WBAH A ALK B AH, ZE-H BE (50450 5
G VRME A AL68%;B,32% 5
R Coo E CHER 150 mm B8 250 mm, B NAE 4.6 mm, EEDRIAE 5 pm) , BUA 24
ik 1.0 mL/min;

FERL 40 °C 5

HEFERE 50 pls

HEHAERRS

AT AE VW2 0.05 6 LA 5

AR WA 0.2 mL/min;

A ROV IR EE - 70 °C s

PR WA 2360 nms T 1440 nm;

R €53 15 DL I DA

19.4.3.2 HERITEE
B CESE XM ImT .

a)
b)
c)
d
e)
D

LB A ALK B A S E-H EE(50+50)

SRR RE VR A5 1F - AL68% 38,32 % 5

@GR Crs B (BE K 150 mm 8f 250 mm, AR 4.6 mm, BURPRIAZ 5 pm) , 8iHH 435
Wi 1.0 mL/min;

RS AR 40 °C

AR .50 pls
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g) HFEfTE RS
h) ARV W5 mg/ L = IR A H E K I 5
D AT WL 0.2 mL/min;
PR EREE 70 C;
k) Bk K 360 nm; & BT 440 nm;
D WAHEREE LK D5,
19.4.4 HFBUZITEE
WA IS S 2% 55 F .
a) VLA A ALK LKHE 119 mg RALHR 350 pl 4 mol/L R s B Al , HI i
b)  AERE BRI A5 AL60%05B,40% 5
¢) T C (K 150 mm 3% 250 mm, FE N L 4.6 mm, BURPRIAE 5 pm) , BiAH Y & 5
d HEE 40 C
e) W :1.0 mL/min;
D ERERE.50 pL;
@) AR S AT A ROV TAEHL I 100 pA;1 H PEEK [ 45 B% (K BE 50 em, N42 0.5 mm) ;

h) &K 360 nm; &K 440 nm;
D WA ILE D6,

19.5 #HRAE
19.5.1 *REMZLBFIME

F2 9 bR v T A 7 T A0 1) 1 A B8 A v g R ARG T o LA g T R SRy N Al b L ik B R R AR A FE B L 45 B A v
12k [ml )3 5 #E

19.5.2 iXEFABRNE

T A I8 b Ao DM P 0 8 i L 0 2 s T A 2 P T DAY e 32 e 2 P T ) R o DU 2 R S
OB HERE AT

19.5.3 Z=AKK

AFRIBGARE 45 19.3.19.4 A1 19.5 YL PR S8 . IR DAAS & A7 015 0 21 20 1) 4 Tt
20 SMERMIRAB

WA AFT B, JAFT B, .AFT G, Ml AFT G, i3 B8 B4 (3 i3 .

p XV, XV, x1000
V., Xm X1 000 €3

Eavl L

X — & FP AFT B, \AFT B, \AFT G, 5 AFT G, /& & , B0 R 08 55 T 52 (pg/ke) 5

o — R AFT B, JAFT B, \AFT G, 50 AFT G, 4% # A 15 78 b o il Ze b X6 B 19 &
&AL s B T (ng/mL) 5

Vi U R IBOR R BR CREL P it B 114 L 21 [ 1A i A A9 B2 DO AR 3 i L 5 422 28 SR RO
AL TF(mL)

16
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