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ZMEEHImPEMESE B RUNE
1 358
ATCHHRGET 260 BB M B By (WU FHIFR AFT By f9lls 7
A — R RN (5 - B M, 50 N MO (i, R T

SRS, LSS, HEZR. B AF. BRS. BINLE. FESEER. XZm UL R T
AFT By I 5E .

2 M3 mxH

N BUSCAT R R P R I S AR RS 5P T R A SO s AN T D B 2R e Her, 3 H Y
(51 SO, G FYIX R ARAS & A SO AN FIR ST SO, oA (G ds
P B s G A

GB 5009.22 & it 2 4= [ b & wh h s il B B R G IR E

GB/T 6682 43 #5256 == F 7K FUAE AR I T v

Bk AR G- BB A

3 R

BRE 38 i 25 7 3By, FH85% L ME/KIRHL,  [HAH AU AN G SRR 14k, JUAH €
GrES, BRI, FALER A ERE
4 i FIFARRY

BRAE S A E, AT ET R Ak, K AGBIT 668241 5€ ¥ — 2K .
4.1 X7

411 4 (CHCN) : faikafi,

412 Wi (CH02) : faiiaf,

413 FME (NaCD

414 FEERE AN (NaHPOL)

415 WA (KHPOL .

416 FMH (KCD

417 & (HCD .

4.1.8 tiH-20, (CsgH11402) o
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4.2 RFIECH

421 85%ZJE/K: 85 mLANE (4.1.1) HHANIALS mL/K.

422 0.1%WI/K: I mLHEE (4.1.2) , JI/KEZR 21000 mL.

4.2.3 BERRERGEMIEI (LR HFRPBS) « FRHX8.00 g fbs (4.1.3) | 1.20g MEMREA—
By (4.1.4) . 0.20 g Ml A4 (4.15) . 0.20 g S&ALEF (4.1.6) , FI900 mL/K¥%fR, M
IR (4.1.7) FTpHET.440.1, JH/KHFFE %1000 mL.

4.2.4 ME-201PBS: H{10 mLi:iE-20 (4.1.8) , FPBSHiRE 41000 mL.
4.3 ¥rfEm

4.3.1 AFT By hr#fEfh (Ci7H1206, CAS: 1162-65-8) : 4% =>098%, BKZ4:[EFIAIEH%
T AR T 5 AR UE R o

4.3.2 [FEfAIZEMNFR B3C17-AFT Bi(Ci7H1206, CAS: 1217449-45-0): #fifF =>98%, WKJE N
0.5 pg/mL.

Ve ARAEN T LA 2SR 075 ARV
4.4 FREARECH

4.4.1 FRUERE AR (10 pg/mL) HEFIFREL AFT By (4.3.1) 1mg  CH#i% 0.01mg) ,
BT 100 mL A&, HOK (41D BHIFMBEZRZIE, 25, ISR EWEA 10 pg/mL
MIbRHERE B VAR BT S, 1E-20°C FEOGIRAE, % H .

4.4.2 hrvEr IR (100 ng/mL) « HEFAFZEL AFT By bnifkfif 299 1.00 mL % 100 mL %
B, O (41D B, IEREHEEE-20°C MR E, ARUH=AH.

4.4.3 AL MFR TAER (100 ng/mL) : #ERiFZHL 0.5 pg/mL*¥C17-AFT B1(4.3.2) 2.0 mL,
Mg (41.1) E#HE 10mL. 7E-20 °C NEOLLRAE, &H, ARMH=1H.

444 FRUE TARTEW: EFAFEL AFT B (100 ng/mL) FRAEFER 10 uL. 50 pL. 100 pL.
200 uL+ 500 uL+ 800 uL. 1000 pL - 10 mL ZF&HHH, HIA 200 uL 100 ng/mL 1 [FEIAL 3= A
PR LA, FVIGR AN E A R 2R, BeHlbRdE th 0Kk FE A : 0.1 ng/mL. 0.5 ng/mL.
1.0 ng/mL. 2.0 ng/mL. 5.0 ng/mL. 8.0 ng/mL. 10.0 ng/mL ] £ 5 kR UL -
4.5 ¥y

451 FPEAIFE: AFT By HEZE =200 ng, [R5 =85% TR FEHEKHAFI &1
S F AT R AT B E IO UE,  BHIET77% 2 0L GB 5009.22 Fff3% B)

452 [FHAEEE: 6 mL, =1000 mg, ¥ PSA. C18 il MCX &R G IHENG H T2
AR o i T B 1t 25 15 R Y 0 [ AR 2R U

2
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453 BEELAEIEAR: DUk, mEcE. AT BRLAREE 1.6 pm.

454 TALUES: A7 0.22 pm A HUHRFLIENE Cridk FIE RS R F AR v 1 v R 36 i DA G
ISR, TR .

455 fifif: 0.85 mm RIGTHFLIE
5 {XEEE

5.1 JRAH - HR IR B A Y BT 5 B U

5.2 KF: &%y 0.01 mg A10.019.

5.3 g A

5.4 i A L.

5.5 ZRAL

5.6 f= ¥ 4% #£3% 6500 r/min ~24000 r/min.

5.7 BSOAL: Hi# =6000 r/min.

5.8 pH it

5.9 [ AHAHU R E .
6 NI PR

R BN OIREEIER AR ERBAET. 12X N B &AM RIEEMEF
MEREE. ASSWIED, BEEERS AFT B ARER RS RAIRRIEMBI S ER K
BUAE R YR IPHEHE o
6.1 HAFHIE

URE FH e R PR O, 30, A HORIAR /N T 0.85 mm FLAR R 7 .
6.2 IMAERTALEE
6.2.1 fZHL

VETAFRE 5.0 g CRERAF] 0.01 ) FE5HT 50 mL BZEBLAE T, I 100 puL [FAZE N s
TAEW (4.43), NN 20 ML 85% ZJiE7K, ilgli ], w5 i #5251 B #2HL 3 min, 6000 r/min
B0 10 min RIS SIS A 4R IR AT IS, SRR
6.2.2 &1k
6.2.2.1 EMEZEEEEL

[ AHZE U (4.5.2) I 5 mL 85% Z G /K Bm1L, HX 4 mL S8R0 [EARZE B
R AR, T 5 mL 85% ZME/K 73 PRIRBEME, Wl iZHI4E 1 mL/min~3 mL/min, &Jf
ik, BWIRAEE 4 mL, FMEIE-20 [f) PBS ZEMiiE 5% 50 mL, JRA), FEGpeifib: g

3
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1t
6.2.2.3 RIEFMITEKL
6.2.2.3.1 RIEZFMIEHES

BRE AR R (450 KEEZER.
6.2.2.3.2 iIX#F A0SR

PGSR AL N A AU G K LR RE RS 2250 mUyE S 2, TR T d
FEHIFE AL mL/min~3 mL/minffid RS . fFFEROH 5SS, AR S A A L0 mL
K, AREEGUE, WG R A, R, fKEE, AESEM TR, i
BHTBRGE, ERPEREE T HBCEL0 mLZI s, BUR50 mLVES a3, 70407 746
0.5mL ZME (4.1.1) PeMizEft:, #HREEL mL/min~3 mL/minfyEE N N, FHES
EHFEAAE, AR SR E B, £50C F AR ZE GBI ST, A
1.0 mMLWIAG IR, TAIE30 SIEMETE R, 0.22 umi it I8, UARIE T REm R LA &R
6.3 {XERMZE
6.3.1 MBS H XM T

a) filiF:: Cigkk, 3.0 mmx100 mm, #if% 5.0 pm, ERPEAEAH 2

by WaitH: ANCHKE (410 , B N OLI%FERKAR, SN (XD ;

c) ¥i#: 0.3 mL/min;

d) FEif: 40°C;

e) HFEE: 10 L.

* 1 RN ERRER

i (minD s A (%) MBI B (%)
0 10 90
45 90 10
6.5 10 90
10.0 10 90

6.3.2 RIESELKMG
JR B 52 AR H AR
a) Ry e AN (MRMD ;
b) BRI SR 2;
0) BTHEBESH. ZHES3.

4
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*®2 BT IREHSE

HL B 77 = ESI*
BYHE B RV 35
HEFL LRV 30

WAL 1 RNV 14.9
SIS 2 LRIV 15.1
B FRR E/°C 150
HEFL IR KSR/ (L) 50
It 5 7)<l 2 /°C 500
It 35 711 =il B2 /(L) 800
CER LR ENETAY) 650

*3 BTRESHKE

HET | TEET | AR | etEET | 6ibmEfes | ‘
AL /BN R RPN
(m/z) (m/z) eV (m/z) eV
AFT B 313 285 22 241 38 ESI*
13C17-AFT Bs 330 255 23 301 35 ESI*

6.3.3 EMME

R TP H ARG S (i e £ O B I 1) 5 R 7 A o4 €0 i U P O P I A EE A, AR ALY L 1
fER5% 2 M.

BEMAL S YIRS E VB T U L, 2D MR — AR T AN T, T HR
RO, X F 4 &4, B 5 B ARG S VIR P72 7 BN =5 B2 EE 5 IR A 24 B bR it
VEWRAHEL, L fe Vi 22 AN 340 O TE L
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*4 EMFENBETFENSRARITRE

X F=E 1% >50 20~50 10~20 <10

FCVF A 22 1% 0 +25 +30 +50

6.3.4 FREHRZAIHIE

£ 6.3.1. 6.3.2 MUt il s R FUIE A AT 26 AF N K AR e AR 91T Pl IR B R L B
KL, BL AFT By i U 15508 157 PN A E00 8 06 10 Ui A LA - BE AR T, A5 B0 oA i 22 m ] VA 7 72
FZ MR R R BN KT 0.99,

6.3.5 AR IRAGNE

0 6.2 A BRAS U A DA MRS, ARSI T B AR R B, T
AR S e RV A R LR A fth 2 2 VEVE L A

6.3.6 ZEHEIXL

AFREBCARE, 126 S b IR B S . B IAAN S A T IR L5 ()5 -

7 IR IR

BUFERAFT BiF B E %0 (1) 1H5

IR
X _ MV, x1000 (D
V, xmx1000
X

X — BlFEr AFT B &, ARG T 5% (pg/kg) s

p— R AFT By #2H8 A ARIELE bR AE i 2o st RER EE, B0 9l ve = T
(ng/mL) ;

Vi — BAERBURAIR, BAONZET (mL)

Vs — FEMEFLTE NS R & E SR, BACAZTE (mL)

1000— #id R %L

Vo — FITH6 o BURRE AR, Seh st (mL)

6
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m— REEFRAEE, A (@) .
THE 25 B DL M S N RIS I UM N 58 45 R B ECP W E R R, R 2/ NS R
P o

8 BE

i

1 B M S N SRS A R U ST 0 S 5 SR 24 ) 2 (B NSRRI S AP RAELFY 20%
9 Hith

MFRERESL 5 g I, AFT By (A PR v: 0.03 ug/kg: AFT By HIE &R A 0.1 ug/kg.

B R SR

T FIRIPERAGERLIN >, A =M QAR ATATAE . BRI AT Jefk
FRERATAESEAT AT, ATARYE SERRTE L, IR RO ART R

10 JR3E

B i B3R By, H] 85%ZME/KIRHL, [EARZE HUH A e s A ik, VR €
W e, HERTEHEATE (R OERAERTATA . e RAE S AT DR TR
AT AT, S b e &
11 RIS}

BRAES A ME, AI7T TR Ak, FKAGBIT 668241 5€ (¥ — 2K .
11.1 35

11.1.1 ZJiF (CHCN) : fajaf,

11.1.2 HfE (CHsOH) : fuifhafi,

11.1.3 HZK (CiHg) = faifali,

11.1.4 IEC )t (CeHia) : taifial,

11.15 =# LM (CFCOOH)

11.1.6 MUATAALE AR B () o

11.1.7 RATAM ARG = RAERE (CsHeBrsN2) -

11.1.8 &AkA4 (NaCD .
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11.1.9 BERRAE %4 (NazHPO4)

11.1.10 MR —E4 (KHPO)

11.1.11 S (KCD .

11.1.12 P (HCD .

11.1.13 m37-20, (CsgH114026) -
11.2 B

11.2.1 0.05%MLyA R : FREL 0.1 g filt, I 20 mL HE (11.1.2) ¥& 1R, Ii/KE 2% 200 mL,
F10.45 um et yE, BURCELA (IR RATAE D

11.2.2 5 mg/L =IRAGIEIE KIE W : PREL 5 mg ={RALAERE (11.1.7) ¥ T 1000 mL 7K H,
F1 0.45 pm SRR 38, BIRCILH (OURAERATAEZEM ) .

11.2.3 10%H -2 90 mL 4 (11.1.1) A 10 mL 2K (11.1.3) .

11.2.4 TERRERGEMR R (LU fEIFRPBS) « FREX8.00 g fbfh (11.1.8) . 1.20 gl
THY (11.1.9)  (H52.92 gt KRR ) . 0.20 gffER —AAT (11.1.10) . 0.20 gF AL
(11.1.11) , JH900 mL/KVAEfR, FHEE (11.1.12) H¥FpHET7.440.1, I/KFR1000 mL.

11.2.5 miE-20/PBS: Ht10 mLAtiE-20, FHPBSHi 41000 mL.
11.3 #RfEm

AFT By bl (Ci7H1206, CAS: 1162-65-8) : 4liF =98%, & [EKINIEIFI% FhruE
PIE S AR HEA 5T

Ve ARAE T LA S SR K7 R ARV
11.4 ¥RAESiRECH

11.4.1 PRERE & (10 pg/mL) = EFFRELAFT By (11.3) 1 mg f#i% (0.01mg) ,
BT 100 mL A&, HOM QLLD EIMBERZIEE, 5], Bl 2R AN 10.0 pg/mL
IbRHE GG 2. TR BT P S, 1E-20°C PG IRAE, & H .

11.4.2 frEHTEE (100 ng/mL) « #ERIFLHEL AFT By brdEfi %A (11.4.1) 1.00 mL %
100 mL FEHF, 85 (111D @& . R E G B E-20°C FRAE, AROR=1H .

11.4.3 brrfE TAEVEW: AERIFRZEL AFT Br (100 ng/mL) FRAEE 10 uL. 50 pL. 200 pL.
500 uL+ 1000 pL 2000 pL. 4000 pL 735+ 10 mL &+, YGRS E R 22,
e 1 b A 2R VAV FE 2> 5 0.1 ng/mL. 0.5 ng/mL. 2.0 ng/mL. 5.0 ng/mL. 10 ng/mL.
20.0 ng/mL. 40.0 ng/mL.

115 ##

8
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11.5.1 HyZsEMFE: AFT B HEAE =200 ng, [RIIE =85% (IR1F 7755 I GB 5009.22
BB .

e b TR R VR PR G SR SR (o 5 08 47 I BRI

11.5.2 [EAHAHHE: 6 mL, =1000 mg, &4 PSA. C18 Al MCX &R &3khd H T 5%
I s o B it 2 7 3K B R (B A AR

11.5.3 BFALFHEIEAC: Dok, maE. BRI IR 1.6 pm.

11.5.4 fffLigsk: 7 0.22 pm A HUATRFLIERL ik A M58 R SR A AR HE AR S0 A TG
WML, FHAERD .

11.5.5 ffif: 0.85 mm XL FHiFLI%.
12 {438

12.1 HAHEREA: WA (AL&5OERmEE) .

12.2 EHRE AT A GE M T MERRFIR G AT .

12.3 Jefb 2 e Eds GEM TR RTAR .

12.4 R~F: & %124 0.01 mg A10.01 g.

12.5 R IEIR A A%

12.6 mE B L.

12.7 B

12.8 /s 5 i 45 ¥4 7% 6500 r/min ~24000 r/min

12.9 B.0Hl: #3# =6000 r/min.

12.10 pH it

12.11 fHIRH

12.12 FEMHAEREEE CGFETH) .

13 R SR,

iR BB RENERERB AT, ZXE MBI ARIEQREF
MEREE. ASWERED, BEEERS AFT B ARER RIS RAIZRIEMBISMMER K
BRAE R Y R AP HE HE o
13.1 WAEHI&

[ 6.1,
13.2 {AEFRITALIE
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13.2.1 2B
HERFRIN 5.0 g ORE#AE) 0.01 ¢) FRdhT 50 mL HLIESOE T, I 20 mL 85% Z.JiE/K,
WHEIRS), kY e B R EL 3 min, 6000 r/min FECy 5 min , IS IS LT 4 e A
PO P EERE A
13.2.2 %t
7 6.2.2,
13.3 fTERUENE
133.1 ZHEHERINTE
FARS U HERIRENA.0 mLIF ALl 110 mL B0 57650 C F A E SR E iR 1,
3 AIIAN200 pLIE CEERI100 L= L8, wiE30s, £40 CH CHMEIRAE 167415 min,
RS G, 7650 C R AR EZMARATERKZIET, HVIIHRsHERE1.0 mL, W
JiE30 S MAER Y, 12022 pm VB, AR IR T ERER LA HERE
WO i 225 % AF 5 I F -
a) failifk: Cis#, 4.6 mm>150 mm, Fifs 5.0 pm, oiPEREM 4
b) WahtH: ANZEE (11.1.1) , B A/K, A:B=30:70;
¢) Wii: 1.0 mL/min;
d) FFif: 40 °C;
e) BEFER: 50 pL;
f) BRI 360 nm;  KEHEK 440 nm.
1332 HEARUFITEE
WAR S IR
a) Rk Cisht, 4.6 mm><150 mm, ¥if% 5.0 pm, BilEAEAR S,
b) Wz ANCHE (11.1.1) , B /K, A:B=30:70;
c) Jii: 1.0 mL/min;
d) HHE: 40 °C;
e) HFEE: 50 uL;
) RIS
0) BRI K 360 nm; K& HHEK 440 nm.
13.3.3 #EEMEGRIKFINTEE
WAR 552 AP A

10
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a) (L AE: Cig#E, 4.6 mm><150 mm, Fif% 5.0 pm, BilEREF S,
b) EhH: A NZHE (11.1.1) , B /K, A:B=30:70;
¢) yitif: 1.0 mL/min;
d) #Eii: 40 °C;
e) HFFE: 50 uL;
f) A EATE R G
) fiTAEVE: 0.05% Ay (CRAFIAEJEARTAEYR) B 5 mo/L = RALmt e K G
TR ERTAR)
h) fiTAEVATRIRE : 0.2 mL/min;
i) ATAE I N IRE . 70°C;
i) WK 360 nm; R 440 nm.
13.4 ¥rfERIRNE
BRI TR (11.4.3) HERENSE .
13.5 IR IRAYN E
B A5 MRS AL A O REI 52
13.6 THIALE
AFRBURFE, %1360 B S A SL50 . NHAA S B TIN5 i
14 I HHEL IR

BUFERAFT B A B &% (2) 15

TE A
cxV x1000
TR RUPTRPN (2
mx1000
v

X — ke AFT Bi &, BACAMGCEET % (ng/kg)
c— HEREVERT AFT By FIIKEE, H% IR AR AE VA VRO BE 3 T HERE VA VL 55 A vk T LI T AR b
T, BUAER AT AT, BN R T (ng/mL)

11



T/CAQI 272-2022

V— WFRBURAARR, BAOET (mb)

m— WFERIRREER, A8 (@) o

THE SR DL RS R SRS I AL € 45 R S BT BB R, R 2/ 0N s
PIAL o

15 HEE

FE B R MESRAF N ZRAT R BTN 5 45 R 40 22 (A I AT IME ) 20%.

16 Efth

MFREUFE L 5 g BF, AFT By (AT HBR A 0.03 png/kg, E&EFRA 0.1 pglkg.

12
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MR A (BERMERIR)
B EK PR A B

Al HEHESEE B BFHmEIRE AL

100 240.86

26878

214.41

157.50 31z.80

173.05, | 29771

T340 | | | 3z8.71 357.59
| Il |

&0 B0 100 120 140 150 180 200 230 240 260 280 300 izo 340 360 s a00

AL TMIER R B & T

A2 HHIEHHEBIRHERKEIEEEA.2.

Imersey, cps

K A2 55 A2 55 3K B BUH SR TS &1 (1.0 ng/mL AR#EF D

13
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M B (ZERHMEMIR)
Rt EEE

B.l RIS S = B /RHEGBIEE

B.1 3 & RER Bl — IR SRR ATAT AR il B L B 1o

10. 00 H

B
8. 00 o
6. 00 o
4. 00 o
2.00>’_,/\..’A"Jt
AT R e T T T T i R T e
0. 00
B e e e e e L B e o e e e S B e s m |
0. 00 2. 00 4. 00 6. 00 8. 00 10. 00 12. 00 14. 00

K B.2 i FHRE R Bl I CEALRTATA MO g 18 (0.5 ng/mL FRAEVE D

B.2 F{ i %5 R B MR AT A G 1 LA B2,

S| PSP A ———— - e,

am

K B2 Bith &R AR Bl YL A AT R i & (1 ng/mL FriEds 0O

14
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B.3 s AR B AL /a MUAT AU G K LK B.3.

i
3

B.3 MR By Ak /a T ABAH IS A (1 ng/mL ARAEVEBD

B.4 T{HI%RER By LR IRATA WA Gk 1 WA B.4.

K BA B R R B AR IRATAEMR GG A (1 ng/mL FREEBO

15



