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1 SeE

ARSCAREIR T AYIRH IR PRI ZHED) i, 0°—BA 2 P e EIT AT 455 BR] 1) “0AH 35— o 1%
WO Bl — R IO A 06 75, BB IR W) S AAERE, EVE T R M BL B A 4 R A
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O TR, SR SRR AT e BT o

5 . IEFAARL

51 K7

A TS BERI AR RIAF & GB/T 6682 HRIE I =2 7K, AH €3 — A IR Bl a6 FH /K B 5
GB/T 6682 HFHEM —LK. FRAA WAL, E T AEH R N tral, Wl asE:

a)  10%E AN

b)  WRbZEMR: pHEN 9. 2;
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d) SN

e) BRI
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g)  LPREE: HPLC ¢
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i) & HPLC %,
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n)  20mmol/L ZPREZVE (% 0. 1%FER) « /PR L FREL 1. 54g FIFEHX 50% F R IA W 2nl BT
1000mL F&EHEH, MKERERZIE, pH{ELA 4;
o) WBEWWIZNE:20mmol /L LEREVEW (7 0. 1%9HHR)  (7:3, v/v) 1;
p)  BREPII TR -
1) MmE, ' B 2B AT ] £ R ARUEYD R A 40 20 BB ik, O°— B 2 B e T ] 45 R A
WY, KEERBOE S, P EEECR 1. Ong/nl IARERE &R . &, B TUkEE A%
15, AR 121 H;
2) Mgk, OB 2L RN AT R A AR AEYD B AR 56 B L e R B IR HE R AR
BIHFFA 5.1 p) D MArHEYI g &0 PR . &8, B TIKET AT,
BHRHAN3IAHA

5.2 {UERFMR

AR RO B HE -

a) M EIE-FRE (GC-MS) « FiA M TR (B
b) VR (- BRI EEA (LC-MS/MS) : Wi W %% 251U (EST) ;
c) HTRF: /EE<O0. Ing;

d)  IREIRG s

e) B0l FEIE 4000r/min;

£)  EEEOHL: % 14000r/min;

g) EIE/KBEA;

h)  FR#s;

i) HIEBELE,

3 T

k) PRALIERE: 0. 22um.

6 EMH

6.1 HmATALE
6.1.1 fTHEME
6.1.1.1 ERAAE
HTAEAGIEIE TR F AR B3 — I B AT 20 M A it T AL 2
6.1.1.2 REHHR
6.1.1.2.1 Rk

HUR AR b 2mL B T 10mL L ZE 5.0, FH 0% AN A O pHIE 229, 0~9. 2, A ImLBfiR> 22
W, FED AR O:1, v/v)3nLiEE, WIEEE. Blh, BBEHEZ S 808 Yd, 460°CKIBH
IR IR Bk B IO TR BRSOl AL RE 20l , VA G54, BT b (500W) 4744k 3min,
60°C/AKME F1 2SR FWRT, W BRI S0uL VA R, B Lk SR o 38— o A 20 A

6.1.1.2.2 PR 2 ISHEE A] 155 E AR X

HORWRE SomL B T 10mL B ZE B .08 0, IO, 2mLIR 2R, Wh/KIS /K 30min, G InLIE
T, WheRAe. B, FEANE, H10% S5 AMERIApHEE9. 0~9. 2, AR/F1%IE6. 1. 1. 2. 17
EEAE
6.1.1.2.3 IM&HESR
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HIM R A 2mL B T 10mL 2L ZE RSO IS 2 phiioml, FHEG : #AEE(9:1, v/v) SmLIEHY,
SRIG ARG, 1. 1. 2. 17 VE8AE .,

6.1.1.2.4 ALOHR
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e FyEW, FHL0%E B AL HpHIE 259. 0~9. 2, SRI5H&IE6. 1. 1. 2. 15 E41E.
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6.1.2.2.3 ALAHER
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6.1.2.3 =HIHER
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6.2 XEBOHR
6.2.1 NEEFEH
6.2.1.1 SHEBE-RESEEY

SIS RS S H I, S I TR AN 5] 5 RERASCRS ) SEBR 1 0 R4 T R

a) faREkE: HP-1MS BANEFE (30m>0. 25mm>0. 25um) B H B SR ;

SE: HP-IMSHE AAgi Lent A )77 G IR Fh A4 7R, 28X — (5 BN T W EA S &, AR R Z 0
WNET o SR e S i B A R A, U A K A

b)  AEIE: 100°C {34F 1. 5min, LA 25°C/min F&/FFHEZ 280°C, {f4F 15min;

c) A AR, 4ifE>99.999%, ViiE: 1.0mL/min;

d)  BEFEIRE. 250°C;

e) HFEE: 1ul;
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£)  HWFELUE: 70eV;

g)  VUMAFIRE: 150°C;

h)  BEFIRIEE: 230°C;

i) FEORSE: 280°C;

) BTG EEE TR (ST

k) Pk, OB 2Pk R K A A DR AT AR D A B R TR S R B LR 1.

1 MEEE 0°-5 ZEEADMER AT A5 E AT YRR BR8] SHHES T

e LREG T A FRE BT
min m/z
e e AT I A0 47 13.8 341°, 397, 268
0™ Z, [k ME T L4 12.6 327°, 383, 268
T AE R A AL 4 11.6 229°, 355, 282

Iy R T
6.2.1.2 KHEGIE-BRHKRIESERYE

AR O RE — R T S 25 2 PR, N FH S AR A (7] il RS 88 1 S B 15 00 1A T 18 2

a) ik Allure PFP Propyl WA RERE (2. Immx100mmx5um) kI E 2300, ATBfRy 4,

S : Allure® PFP Propyl £l ARestek 2w~ IR i 45K, 45X —(E BN T HEAHMERE, HARER
X BT o 0 SR 52 it LA AR O T T S S

b) WEhM: ANZME, BN 20mmol/L ZEREREWR (& 0. 1%HER) , A:B=70:30;

c) Ri#: 200uL/min;

d) HiE: ZiE;

e) #FEE: bul.

£) BRI S HEE- IR R (BSTH)

g)  ETUEHJE (IS) :5500V;

h) 70 2RI MRV 5

i) AlEEES (CAD) « AT (CUR) « AL (GS1) « HlBHR (GS2) # A <, i F AT T &SR
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WwEM e X EiERIE T RE &= (rSeehing |
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SRR AL
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7.4 BER5HE
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7.4.

7.4.

FERIVRFERA RS b, BLH AR 2 B G WemmAR e () AR H IR (C) s
ARBRHEEATERAE IR, AR RE.

MRYE AR A P B AR T BUE, 442330 (D) THRH A o B AR & &

e
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a—Z M AR

b—Z AT RE AR
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AxC
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Ko,
C—— SRR R E AR o B, BN BT BT (ue/nl) SRS 5 (/)
A SRR o BRI T
AT TR B b A A

C——NINFERD Hs & &, AN R TT (neg/ml) BURCGCRE T (ng/g) -
4 WEENEE

SAPRER I AT ISE R, SUBEAIR A A 2R 3) 1
-

C,
RD = < 10090 ..o

A
RD—AH X AH 2 (%) 5

Civ Cr——M i RAFFE R TAT € BIEEER, AN Z T (ng/nl) B R (ug/g) 5
C—— M SR it T AT RE DN SE 45 R T I (Cot Co)f2, PR REZ T (ng/ml) BT

& (ug/g) -

8 SIERITFMN

8.1

8.1.

8.1.

8.2

6
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1 FAMEERITMN

FAPESS RV B -
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2 PHMLEREMN
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M JRBURZEZA e | 0" 2 T ey el A6 ) AR5 R F At BR ISR 1
RA 1 MK FRGFNELPASEE, O°-8 Z it ASMERD A 45 E A0 46 Hi PR

. ., GC-MS & i R LC-MS/MS 5 H R
i s png/mL 5K pg/g ug/mL 5 pg/g

0" B Z, P e I 0.1 0.01

. . ng ik 0.1 0.01
IRl ML A5 0.1 0.01
0°—Bf 2, FoE Ny i 0.2 0.02

N 0.2 0. 02

A ] f¢ A 0.2 0. 02




