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FMEEHmPRHEFZE B HNE

1 SEf

ARSCAR AT et B st i b s i 88 K B (LU R IFR AFT B IIMIE 7k

RSB —E N AL R B R O i - RO v, 38 O m O ik, & T
SR, L%, B OBAS. A%, SRS, BINIE. BEAEER. REMLULREE S
AFT By HJI5E -
2 eS| A

I H A R R P A SR S BRI SR T A AR SO e AN AT AR . Ferr, v H A
151 SO, A H TGS LR AR A & T At AN FIIR 51 A scft, ook (B
FIT A IAE T ) 38 F AR SC

GB 5009.22 £ % & [H X briE B s i &R B R G BRAGIE

GB/T 6682 73 H 5256 % H 7K A A1 58 7 v
Bk FARFHBEBAE G- 5 BER

3 R

WP E R RB, FHOISIREG ARG A S SR AL 4k, WBUAR i 59 5,
RS R, R R A ARE E
4 3R AN R

WAk A e, AJ5 TR A al, JKCAGBIT 668240 5E (1 — K .
4.1 R_F

4.1.1 2 (CH:CN) = ikl

412 W@ (CH0») : ik,

4.1.3 FEAHH (NaCD .

414 FERE 4N (NaHPOs)

4.15 B S (KHPO)

4.1.6 FALE (KCD .



417 #HEE (HCD .

4.1.8 iE-20, (CssH114026) o
4.2 WFIECH

42.185%ZME7/K: 85mLZNE (4.1.1) HhIAL5 mL/K.

4220.1%HK: W1 mLARR (4.1.2) , IKERZELL.

4.2.3 WHIRELLZ PP (LA RTRIFRPBS) : FREL8.00 g SALEA. 1.20 g BEERE —4H. 0.20
g WERR M. 0.20 g SALER, FH900 mL/KVEME, HIEEER AT pHZ7.4+£0.1, JI7KHRE 21000
mL.

4.2.4 mE-20PBS: HU10 mLiEIE-20, FHPBSHiFE 221000 mL.

4.3 ¥Rtk

4.3.1 AFT By b (C17H1206, CAS: 1162-65-8) : 4% =98%, & HFIMEH4%Z
TAREY ST 5 AR HE IR o

4.3.2 [ E N FR 3C17-AFT Bi(C17H1206, CAS: 1217449-45-0): 4% =98%, WE N 0.5
pg/mL.

VEa bR T LA AL IR SR P AL BR A
4.4 FERIRECH

4.4.1 FRAERE VW (10 pg/mL) HEFEFREL AFT By (4.3) 1mg % 0.01 mg) ,
BT 100 mL A&, WK 410 ERIFMBEEZIE, #5, HIRTEREN 10 ng/mL
MIARHERE & W BRI S, 7£-20°C FRbOLIRE, &M

4.4.2 FrREFEE (100 ng/mL) : EMFEE AFT By ARvEfif &3 1.00 mL £ 100 mL %
BT, 8 (41D ER. WIEEEEEEDE-20C R, AROH=AH

4.4.3 [FENLZPFR LAER (100 ng/mL) : #ERIFLEL 0.5 pg/mL'13C17-AFT B 2.0 mL, FZ
i (4.1.1) 5% 10mL. 7£-20 C FELIRME, &H, HRIH=1H.

4.4.4 bE AR EFRBILAFT B (100 ng/mL) FRAEFETR 10 uL. 50 pL. 100 pL-
200 uL+ 500 uL+ 800 uL. 1000 pL T 10 mL A&, I 200 uL 100 ng/mL 1 [ A7 2 A
bR AR, FRIE T SAR € A B2, BChI bRk it 23R B2 /0 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 [¥] & ¥ FrH#EE R .

4.5 ##k
4.5.1 FPESEMEE: AFT B AR E =200 ng, [FICR =85% (BGAE T 1ES LI B)

e 3T A F R AR & A A P A 7R AT B R AR T
4



452 [EMRERE: 6 mL, 1000 mg, I&H T A4S 5 3 iih 55 2% 3 % Y A (1 6] AR 25
BUFE

4.53 PRIGLTYEPEAR: PoE. mEE. AP RRIRE 1.6 pm.

4.5.4 WALUES: H 0.22 pm TRFLIRME i FH 908 6L ISR FH e o Y85 V0K 560 4 WA T IR B 300
%, HAMERD .

4.5.5 f™: 1 mm~2 mm R FFFLIZ.
5 NEEE

5.1 AR G- BRI BT B YR

52 90 Hr kP BEE S AN 0.01 mg A1 0.01 g.

5.3 ImhER G

5.4 EER AL

5.5 BWAL .

5.6 IR AR FIE 6500 r/min ~24000 r/min.

5.7 B0l $E =6000 r/min.

5.8 pH it

5.9 BAHACHUAEE
6 KPR

En: BASITRET R EREXERFHT. ZXIEN AR AREEFER
MEREE. AXWTED, BEEEES] AFT B, FfEa R MR BIEME SMIHE R R
EVHE B2 R R 3P HE T o
6.1 iFEH &

BURE A e O ALK OB, T, A HORIAR /N T 2 mm FLAR IR 57
6.2 IHERTALIE
6.2.1 $ZEX

ERAFRE 5.0 g CRERAE] 0.01 g) FEFT 50 mL HZEZ.0EH, I 400 uL FIAL & M bR
TAEME (443>, IO 20mL ZfE, WHERA, @l ias 2 B4 3 min, 6000 r/min F
B0 Smin ,  EIERA B A 4EE AR E, JERAR L.
6.2.2 Bk
6.2.2.1 EHEZERESK

[ AHAC IR (4.5.2) ] 5 mL85% L MG /KA1, B 4 mL JEV0E I [ A ZEBUE S, i
5



AL, 5 mL 85% Z MG /K 73 PRI BE It ZE S AL | mL/min~3 mL/min, & JF{%4k
W BWORARE 4 mL, FIHEIR-20 £ PBS Z20BUE A2 50 mL, VRS, FRRem M.
6.22.3 REFFMITEKL
6.2.2.3.1 REFMERES

FHARIR T RAE BB IR (4.5 IKEE=E.
6.2.2.3.2 iIXFERSE L

R PESRARE A A ARG, B LR R RS 2250 mLyEGT 288 9, A1 R e,
PEHIFER A1 mL/min~3 mL/minff138 28 R R 585, AE S 88 f I 2x10 mL
7K, LARRE UG S B A . ReKI e, IR MBS B RS, %
PESEFIAE R ACE 10 mLZI B R, HURSO mLiESf 881, MMA4x0.5 mLZAE (4.1.1) Pl
SRR, $HIHELE ] mL/min~3 mL/minf3G I R, T BT oR AR, R 4
BBt b, 7E50°CF AR EZME B BRI R IE T, IIN1.0 mLAJIRIRSIHE, i
30 sVAARTR A, 0.22 pmPEB I8, WO DRI T HERE R b DA HERE
6.3 {/ME
6.3.1 B LS XA T

a) ik CisfE, 3.0mmx100 mm, FifE 5.0 um, BPEREAH 2

b) WM ANZKE (4.1.1) , BN O01%FRAKFER, BEDHE (E D ;

¢) Vi#: 0.3 mL/min;

d) #E: 40 C;

e) BEFFE: 10pL.

* | RENEMERRER

B E] Cmin) MEH A (%) WAHHB (%)
0 10 90
4.5 90 10
6.5 10 90
10.0 10 90

6.32 RIESELKH
JR IS AP AT -
a) RMT7: 2E T REAN (MRM) ;
b) BETUIEEIRA SR 2;




o) HTESH. ZWE3.

*®2 BTIREHISMG

L9 7 R ESI*
BYIE /Y 3.5
HEAL R/ V 30
WAES 1 RV 14.9
SHES 2 E/V 15.1
B FURIRE/C 150
HESL SR A B /(L/h) 50
it 5 1)/ °C 500
It 5 71U EE /(L /h) 800
FL A FL S/ V 650
*3 BT RESHEK
BT | EEET | AR | EMET | fEeEE
WA 2R BT
(m/z) (m/z) eV (m/z) eV
AFT B, 313 285 22 241 38 ESI*
13C,7-AFT By 330 255 23 301 35 ESI*

6.3.3 EMNE

BURE R E R 0 € 06 10 £ B ) 54 IS v € i e 10 O B ) A B, A0 i R 2

E£25% 2N

FERL A M S0 58 MR 7 e T B, /D NS — R T RS TR, T H R
REHEDC, XS R —E & W, #dh b H AR S PS8 5 RO = 2 B 5 iR A 2 i pn
VEWBUAHEL, I RO VR 22 AN R4 2 BTG L

x4 EMFREMBETFENRARTRE




AH X 1 3 % >50 20~50 10~20 <10

FOVFAH X 22 /% 20 25 +£30 +50

6.3.4 FrfERLAHI1E

£ 6.3.1. 6.3.2 AW Cu il AR R BT AT 26 1F T, R Am vt R 21 TR e AR 38 R L E A
i, L AFT By (306 55 500 N Py A e 135 e £ e 1 AR LU AEL-VR LA I 43 BIAm v 2R 1R 5 R
HENEHR AT KT 0.99.

6.3.5 BB E

B 6.2 AbERAS BRI AR DIERERE , WARIE TSRO T BRI Rk B, TSR
R 25 B o AR DAV o ) 7 L o v B 280 2 P 9 T PAY 5 e 2 P 3 D O 2 35 24 ik
/D BURE B R E

6.3.6 AKX

AFRHUARE,  $o iR RS B Sk NS A TR 5

7 I HIEALIE

WEEHAFT Bk &40 (1) &

A
x = 2IXVA000 (1
V, xmx1000
EVCER

X— W AFTB & &, B ST (ugkg)

p— BEREVET R AFT By 4% 8 P3 AR v2 78 b o il 2 P BLAO VR B, S0 4l 5 g 22 T
(ng/mL) ;

Vi— SEHREURARL, BAChET (mL)

Vs— FERZEC TG R A e R, AT (mL)

1000— 5 2L

Vo— HITEA o BIORE SRR, BB =T (mL)

m— AFERFRRE R, BT (g) .




THEESE R DU 56 N IRAT B P RS L N E S5 SR S BT B R, R B/ e
PAAL o

8 1B

g

7 5 R MR S E TN SRAS T ST 5E 45 SR A 46k 2 (B AN B SRS EI(E Y 20%.
9 Hith

MFREUEESL S g I, AFT By A IR A: 0.03 pg/kg: AFT By IZ &R AN 0.1 pg/kg.

B RBBURGREE

T FRIERAGEAT IS 7>, A48 =M CRAERTATAE . BEREGRE S AT et
FHERRTASERTA T, ARG SEPR SO, R A — R kR

10 JRIE

WP B E & By, F OMESREL, [ A RE RO A G e SR AR AL, VRO (38 2 1,
RGBS ATAE (S ZRRALRIATA . BE RS AT E R ST A Skl
AT, AR E
11350 edt Rt

BrRAE S A ME, AT R A B al, JKAGBI/T 668281 5E (¥ — 2K .
11.1 345

11.1.1 ZJi5 (CHsCN) . faifal,

11.1.2 HEE (CH30H) : a4l

11.1.3 HZX (CHe) « il

11.1.4 IECHE (CsHia) = il

11.1.5 =3 &R (CFCOOH) .

11.1.6 BT A BR: B (L) .

1117 SATAMEARA: =RAIEE (CsHeBrN) .

11.1.8 Eb#N (NaCD .

11.1.9 BEFRE 4 (Na,HPO4) o



11.1.10 fffR — &4 (KHPO4)

11111 &4 (KCD

11.1.12 g (HCD .

11.1.13 m38-20, (CssHi14026) o
11.2 R AL

11.2.1  0.05% Rl : FREX 0.1 ¢ ft, FH 20 mL HRE (11.1.2) ¥M#, An/KE 4% 200 mL,
H10.45 um [REREIE I, BLECHUN (B S AT A3 /D .

1122 5mg/L =JRALMEIEKIER : PRI S mg =IRAGIEIE (11.1.7) & T 1 LKH, H
0.45 pm HIJEMSIE 38, IARCHLH COORAE S RTARZEAD

1123 10% -2 F: 90mL ZfEF (11.1.1) HIAN 10 mL % (11.1.3)

11.2.4 BERRERZZ AW (LU FIFKPBS) « FRE8.00 g AL AN 1.20 g IRE 4 (812.92
g TUKBERREA AN . 0.20 gflE AN, 0.20 gEALET, 900 mL/KAME, FE:EZ T pH
£7.4+0.1, fH7KHFE 21000 mL.

11.2.5 HiE-2089PBS: HU10 mLAt#E-20, HPBSHiFEZ1000 mL.
11.3 ¥R

AFT By #nifEfh (C17H1206, CAS: 1162-65-8) @ #liJF =98%, BRL: [HFAAIEH42 T hriE
VOGIE 5 IR AR HER) IR o

T ARAEA BT AT LA A SR B SR 1 R i AR ARV I
11.4 ¥RfERRECH

11.4.1 bR#Efg AW (10 pgmL) JEFFREL AFT By (11.3) 1 mg K2 (0.01 mg) ,
BT 100 mL FEH, H 28 Q11D St MR ZI 5, f85), #i st &k B4 10.0 pg/mL
IbRAERE & IR AP S, 7E-20C FE#OLIRME, &M

11.4.2 daAEF A (100 ng/mL) = #EFFZHL AFT By brdEfig &7 (11.4.1) 1.00 mL &
100 mL A&fF, 28 (1111 E@%. EREEEEE-20C FrfE, ARI0H=AH.

11.4.3 bk TAE VAR HERIFSEL AFT By (100 ng/mL) FRAEEWR 10 pL. 50 pL+ 200 pL.
500 uL+ 1000 pL+ 2000 puL. 4000 pL 7351+ 10 mL &, FAYIRRIAHEE R 2205,
B il bR A 2R VAR 4> 30N : 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.
11.5 #%

11.5.1 SPEEMIE: AFT Bi HEA & =200 ng, [FIIER =>85% (KilE 512 WL GB 5009.22
10



sz B) .

Ve NPT R B 428 S5 R0 A A A P T 75 AT R B 0T

11.5.2 [FEAHZEEE: 6 mL, 1000 mg, & F -T2 it 57 34 it 2525 3% % FH AL 9 [ AH 2
B

11.5.3 BIGLFYEuEAR: Yok, S, MAhBRORE 1.6 pm.

11.5.4 FALIESk: 5 0.22 pm FUFLIEME CT i 8 57 SR FH A o T Y8 36 B WA TG PR B 300
G, HAMEAD .

11.5.5 f®: 1 mm~2 mm REFFFLIE.
12 &

12,1 AHEREA: AR IS (RAZOERMES .

122 ARG RIATRE B O& B TIEGRA R T4 .

123 Jefb R EFRIAT: GERA e RATAEDD

12.4 73t RF: &5 749 0.01 mg 1 0.01 go

12.5 iR & 45

12.6 =B AL o

12.7 BRAL

12.8 =l ¥ i 8% ¥4 6500 r/min ~24000 r/min

12.9 B0oAL: #5E =6000 r/min.

12.10 pH it

12.11 fEHIR A

12.12 [EAHZEREE GFETE) .

13 I PER

Eir: BNOWBREE RN ERERBA#HIT. ZRBNE AN MIARIESMEFT
MEREE. AKWEED, BEEERS AFT B AER R IR RIEMBISMMER R
VAR R B9 R IFFETE -
13.1 WA &

[ 6.1,
13.2 WAERTALEE

13.2.1 $2E
11



HEFRFREL 5.0 ¢ CRERAE] 0.01 ) FEMT 50 mL HLIEE.OE T, A 20 mL 25, e
TRE), RIS R TR 3 min, 6000 r/min N 250 Smin ,  FIER I BEILT 4R BELRIL 8,
TEAE L .

1322 %k

7] 6.2.2,

13.3 T RALESNE
133.1 =& ZERMFRITTE

P W R 4.0 mL A 7710 mL B0 & 5 #E50 C N A AR Z R £+,
S AIIAN200 pLiE CREFI100 pL=3 L., #WiE30s, 7840 C+1 CHIMEEAM P #7415 min,
TSRS, 7£50 CNHERZEEATERR 2=IE T, HHRANHEAELOmL, ¥’
JiE30 sYA MR, 10.22 pm JEME, UHEIEIR T HERE Hh LA HERE

W g S %A

a) iEfE: CiskE, 4.6 mmx150 mm, kife 5.0 um, SMEREAH 2%

b) WshH: ANZME (11.1.1) , B /K, A:B=30:70;

¢) JiiE: 1.0 mL/min;

d) HiE: 40 C;

e) BEFEE: 50 pL;

) WKWK 360 nm; KK 440 nm.

1332 HERNFNTEE

WAR G55 %P A R

a) i%FE: CistE, 4.6 mmx150 mm, Fif% 5.0 um, BUMEREAH S

b) WHAM: A NZFE (11.1.1D) , B A/K, A:B=30:70;

c) Yi#: 1.0 mL/min;

d) tif: 40 C;:

e) BEFEE: 50 pL;

) SRR AT A2

g) WOR P 360 nm; K EFI K 440 nm.

13.3.3 HE#EGRINITEE
W g S %A

a) ikt Cig#E, 4.6 mmx150 mm, Fif% 5.0 pm, BLMEREF 23
12



b) WEIMH: A NZHE (11.1.1) , B AK, A:B=30:70;
c) Ji#: 1.0 mL/min;
d) #EiE: 40 °C;
e) BHFEE: 50 pL;
f) HEfTHEL RS
g) FTAEEW: 0.05% A (AR ERTAES) 805 mg/L =Rt KiEm R
FIFEJERTAE)
h) ATAEEWA#E : 0.2 mL/min;
i) frE R NAEIRE: 70C,
§) R K 360 nm; K S K 440 nm.
13.4 fRfE AN ZE
bR TAEM (11.4.3) HERENNE .
13.5 il #E AR BN E
B RF IR 1AL A B RE I 5E
13.6 ZRHIRIE
AFRBGARE, L 13RI 0 IR A 96 . MAA & F T AR AL 2 )R

14 RIEHIEAL IR

AFEFAFT Bisk B =440 (2) 15

HE A
x = 000 (2)
mx1000
A

X— B AFT By I8 &, SO T (ngkg) -

c— EFEEI AFT By (UKL, 4 HEOBR RV VROUA FE 3 TR A T VR 5 A v T VR U TR AR EL
THE, BRI A ST, AR AT (ng/mL)

V— AFERBORAR, BA 8T (mL)

13



m— RFEIFRAER, AT () .
THELAE R DA A2 AR N IRAF 1 P9 UL € S5 R M BT B E SRR, IR 2/ A
P o

15 BEE

FEEE VR TR SRAT R PICOMSL I 5E 25 2R 1 260 22 (A SR F- M K 20%.

16 Hfth

HFREURE AL 5 g IF, AFT By A PRy 0.03 pg/kg, MR 0.1 pg/kg.

14



B3R A (ERMEMR)
K BUE A EIE

Al HHMBEHZE B BTHEERE A1,

240.56

26E.TH

269.83

2444

24193

213.54
Z5T.08

20087 229.02

amy.aa 312.80

1T3.05

181,25 207.79

KA ESR B AT HME

A2 HHESEEBRHEBHKRIEELEA2.

Intensity, cps

4.7e5 2
4.6e5

4.4e5
4205
4.0e5
3.8e5
3805
3.4e5
3.2e5
3.0e5
2.8e5
26e5]
2.405
2205
2.0e8
1.8e5
1.8e5
1.4e5
1208
1.0e5
s.0e4]
6.0e4
4.0e4
2.0e4®

0.0
00 os 10 15 20 25 a0 as 40 a5 50 55 60 65 7.0 75

K A2 TR B A BB (1.0 ng/mL ARHEETRD

15



iR B (SERMEFMIR)

R EIEE

B.1 HHIEE X B ikEEIEE

B.1 35 M1 %8 & B TFA FERTATA BAH B RE & LK B.1,

10. 00 4
8. 00 o
6. 004

4. 00+

2-00>’_»MJ
¥ 1 i g e e T T T PR T oA gt
0. 00

— T T T T

6. 00 8. 00

LD s R N A L G
0. 00 2.00 4. 00 10. 00 12. 00 14. 00

K B.2 # &5 Bi TFA HERTATARAH AIEE (0.5 ng/mL ARAEERD

B.2 B &R R By AL AL AT AR O G B L& B2

cccccc

J1+B1- 10143
A

Ot bt s A AR AR s A el W,MM Sypesng AN AR A o]

K B2 B ERER Bk R e AT AU i B (1 ng/mL FRAEEHO

16



B.3 AR B AL e BUIT AN (il B L B3

£
- 1811012

1000 | \
l

0. /\ | |

5000

)

K B3 s &R R By AL AT AU i & (1 ng/mL FRiEEBD

B.4 il &8 R B A5 IRAT A BUN (il K L B.4.

ananan

L

(1-B1-10183

\
.fwwwvvw-mwww”) i sl i i gt o s A A e g AP

K B.4 B &R 3 B IRATABAH I B (1 ng/mL FRAEEHBD

17



B.5 TR R By A E AL AT AR O Gl LRI BLS

''''''''

] J [\ / \,
oot T, N ARy A T Mgl A » ] S Papasressstsso
2]
|
ol
=

we o o o o

K B.5 sl &R R By AL e AL AT AR G35 18 (1 ng/mL ARAEFD
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