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RE5RFME SBESENUE

1 StH

FARERET EGATATBENWE .
Zi’iﬁﬁiﬁ%jf%%lf]*%%?%w%
ABRHERS B SA A TE-FUE A KBRS 0. 2 pg/ke; BRI S BE M N 0. 05 pg/ke.

2 Metksl A

THISCAF R SR FGE T GB/T 9695 A4 i 51 F I i M AR 4r M 453K . LR TE B 30951 F e,
HBER A M SUR CREFE SR N BT I A E T A4, SR 1 BRI AR 38 A58 43 28 B i
FR) 25 7 BIF 9 5 ] i X S8 SO B BT RRAS . FLRRANTE B TR 51 F SO, SE B A o AR 4) .

GB/T 6682 434732565 FH/KBUAS AR 16 5 2 (GB/T 6682—2008,1S0 3696:1987,MOD)

GB/T 9695.19 W5 WHlM BT

3 SHEeE-BEEM@IER

3.1 EHE
HahRABEERCROEER B HIEC K LR, 4 Cufr ik, BSTFA+TMCS(99+ DA R
FI NCIL IR m/z g 466 MAHEE TR HAr &+, 76 SIM X F 47 GC-MS il % .
3.2 WAFHR
F5 HFEF UL, B R B 4 b e, BT K REAF A GB/T 6682 B9 ZER .,

AEE M, AE>99%,

BB a3 2l
=FHEL.
IEC b il

LROES.
ToKGRR .
s,
N.O-W = H Bk ke =B LB (BSTFA),

“HEARL(TMCS).,

P . 54k,

Hop,

HBER W HEE+K=2138,

FALBIIE W (10 g/L) BRI 4. 00 g AN (3. 2. 7. 1), /KW , A2 4 % 100 mL.,

ﬁ@%@iﬁﬁ@%?&:%ﬁxﬁﬂ?ﬁ%ﬁ%&(s. 2.12)20 mL. . FALAHE W (3. 2. 13)80 mL, RS,

BRAER: NJO-XWZH ARG =M LB+ = W RS =99+1,

.16 %ﬁ%ﬁ?ﬁfvﬁ%ﬁ;@i(cuo 1 mg/mL) : FREUCHA T EARUEA 0. 01 gOFHE 2 0.000 1 @), N
i&ﬁ&#ﬁﬁi 100 mL, fERWBICAETE 4 Cokh, AT M A .
3.2.17 FERWETEFER - RERRTE, NI Q. 2. IOBBIREFHER 2. 2.1, ’BRE Y
WREE PR AE TRV W

W 0 N O O AW N -

—_ - o
AW NN = O

(&)
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3.3 {UEEE&
L= WA KT LR

12 AZEZE.0%:50 mL.10 mL,
13 Cp FAHZEBUAE s A %455 : 200 mg,3 mL,
SMTR
R ERERNE
1 KERNRE
& GB/T 9695. 19 #E W BB . 2OBRARKEMILRE 200 g, S SWHLHRIB % (3. 3.10)
PR . BRE R AR, B, R B RRIC A B IR iR AR BRSO A R AE A, AR
AR TE A B, B EBTIR AT .
3.4.1.2 #IK

FRIC10 g FEAR O R 0. 01 BT 50 mL REZLE P, MALE L KRN 30 mL ZKRZ
i34 1 min, LA 5 000 r/min B0 5 min 57, ARE R PR R THRER D REHFMALR L
fis 15 mL EE B, A IR, RBUBTE 50 CRIBHIEHRRER R EZBRZEE, MA 1 mL H
FE-SAL AW (3. 2. 1D 4 mL IEC K, RAMRE)S . % B 2 10 mL HEB.LED,H 1 mL HE-E4k
TSR (3. 2. IO IS SRR 4E M, A P W BE T 10 mL HEBLE P, I 0.5 min, £ 3 000 r/min &L
3min G FAREREECHE MA 4 mL FOKERE EREE., REEBELEFTMA 4 ml 28K 26,
#IE 1 min, £ 3 000 r/min .0 3 min J5 , IR ER L ZRIBEE, MA 1A mL ZERZFER FREE, &
HOBRZERT RS, 76 50 COKBPREH WS 25T, 5 mL KIFMHRE .
3.4.1.3 %4

K 5 mL BEZE.5 mL =4 W 5.5 mL FEZ.5 mL kG4 Cs FIAZERAE(3.3. 14, RJGMA L
ARABRE PI M ERIE N 5 mL B BE47K (3. 2. 12) Wk B354, T 25 mL BIBESERE TR 4t b, BE LM
fE50 CF¥AFERT . F 100 pL WEEMIRE JFHBEE 10 mL BEBE.CE P, T AZ b Bk 3k 44
AR ER, T 50 CFHASRWRT,
3.4.1.4 T4

TR B R A P N A 100 pL B2EH 100 nL IBAMAER(3.2.15), 5 E#E5, WiER S 1 min,
60 “CF KA 30 min, RJS7E 50 CTFHARKK T MA 1 mL IEC LEE R E .,
3.4.2 RRAIERHE

e 4 B b o AR 3. 4. 1. 4 SR T 824
3.4.3 ZAKHE
W AFREURAE AL, Y48 3. 4. 1 TR BT 14

3.3.1 S AMAE-RIFK AN GCMS),
3.3.2 AWK AIHEFAREZ 0.0001 g,
3.3.3 AT KF.ATHERARE £ 0.01 g
3.3.4 E.LWHL:5 500 r/min,

3.3.5 REEL.

3.3.6 [MAMHEREE,

3.3.7 ERERERL

3.3.8 yjEes.

3.3.9 HmEHEE.

3.3.10 HLMURA: H TR, S5 LRV I E R E S BB,
3.3.11 JF WAL,

3.3.

3.3.

3.4

3.4

3.4
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3.4.4 WE
3.4.4.1 SHEBB-RIEENEEH

f it F: . DB-5MS(30 mX0. 25 mm X 0. 25 pm) 438 B M S M

BACHA S =>99.999%;

ik . 1. 65 mL/min;

PR OEE 250 C;

PR 1 pl;

HERE T 3 B I (R FE 1 min) g4

FERAF A 55 CL 43 1 min, A 25 °C/min EFF 280 C,{£$F 6 min;

NCI#.70 eV;

B REE 150 C;

HEOEF 280 C;

BFAESR .7 min;

RIS b, S >99. 99 %5

HEHEEE R .

{3 B B} (7] / min H¥r% K E S m/=

12.58 CAP-TMS 466,468,376,378
3.4.4.2 mHRE

BEFT AR A B 22 B A0 SR AR s ) 7 33% 08 O B8 ] 5 AR HEAE A — B, JE HAE R 7 525 AR A B
o ET RSB TR B 0 H I B B L AR AR ST AE R S T LA BB A S 1 L FE A
KARHESL G L0 Z ), M AT MR S h e B R .
3.4.4.3 EEIE

MRH 1 el 37 AR B AR VR AR VR B 2 D ROTE AU 6033 B B A, LA /2 466 HE BT
PRUE TAER P @ R WA E B A, 0 i BN AR R, 22 AR e 2R . AR 9% XA VR i i T R, A AR
Mk EE BB RPN K EABREREE. A AT A T e’ R BRPEERMLEY
4 10 10 24 1 AR AN B8 R i e HEVE B A

EEREERGET . ABERXMEYNSHHREAMREN 12.58 min, AEEREYRMAEYRE T
MEAMBLEE LU RAE R YR EDEES FRIEERS LR A FRE A T FA 2 B A3,
3.4.5 FITRKE

UL BB, X [F) - iR BT AT IR R I A2

3.5 #RITE
HRDOHBHENTPAERNE &
X:7(64C0)XV73<10”3 (1)
m X 107"
A

X —HAHrEERNS ', AN AR T 7 (eg/ke);
c——MFRHE TAEMI R E A SR P S B RX W E A L F 2 F (ng/mL)
co—— MPRHETAEMIZR E&78 2 (R P BRI E, WO W L HZF (ng/ml) ;
Vool R AR B T (mL) s
m —— RO R R AR R (),
G RBUE A B AR B = A0 BT

3.6 BEE
TR 3 E PR TT RAG M PIRM 00 G5 R x 2 AR B AR EK 10%.
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4 EELH % % (ELISA f§%%)

4.1 [EIE

R HE T4 ELISA ik FEB IR ML A LS MBI R AT RENEEBENRILEL LE
AR R S F AT ED, MABGR s  MARY B G FARAESHRBYABENS
BB AR, HARAE LR LB SR LU R A RS B T A E B RN & B,
4.2 ®#H

A TFEAULE , B I 34 2 A A 4, i FHK R A5 & GB/T 6682 MZESK
4.2.1 ZRRLEBE.
2.2 Eok.
3 EEEBKALIARNA 2 T~8 CTKkHPHRIE.
W AR ARV E RS T BT RIS R R A R,
J301 EERRAR .8 L X 12 &L et (BB .
HEXAZIRHER 0 pg/L.0.05 pg/L.0.15 pg/L.0.45 pg/L.1.35 pg/L.4.05 pg/L.
B bR 40,
BB T AR
JEDH (A B .
JEHH (B .
2R
VEHR RO
H W R .
10 EHETIAR -BERBERR 20 mL FHAKFRSE 40 mL,
T SRR AR R R4 CE B 40 mL FIJK#EBE % 800 mL,
BRI &
EREERRS LTINS,
3.1 EEFRY . ECAE 450 nm.630 nm EIEH .
3.2 MMEMWIE.MIE 20 nL~200 pL.100 uL~1 000 uL, %8 250 pL,
3.3 HRFH.
3
4
4

Rl
A]

e e e el
WNNNNNNNDNNDNDN
W W W w W W W W w

w 00 N O O AW N -

4 BLE.S0mL,
ML R
1 EARH &

FEAS Y B8 24 5 BRI 3.0 g40.05 g £ 50 mL .0 H,MA 6 mL ZBZ.E5(4. 2. 1), ik
Y%k 10 min, TEE (20 'C~25 C).5 500 r/min B> 10 min, B 4 mL FEHBVAHEZE 10 mL T
FIEEIAE S, T 50 T~60 CABEAKM TR T MA 1 mLIESHEM. 2.2), FHRIE{GHES 30 s, f
Jnl mL BE#& TAER (4. 2. 3. 10), FRHEMN IR Z) 1 min, TR (20 C~25 C).5 500 r/min & L>
15 min; BR 2 E AP BUT )2 100 pL 14087, MBAAEN 0.5 15,

4.4.2 ZEAXNBHEE
HUZS FUHAKE 4 4. 4. 1 BB IEFT 845,
4.4.3 WESR
4.4.3.0 B AFWHER: ANREAEPRUFTERENBARMAMBIFRAN ETER

(20 C~25 C) V-4 30 min LA b, 3-8 N AN BALREA B HEP . REFETF2T~8 T,
4.4.3.2 G55 WA ARUEA (B FIXT BRAEA XS NI AL IR P SR 10 SRR AL AR MEFL A s B RE A ALY
TEMNLE . TF BT T R A i v A R AT 3 P # 5T

4



GB/T 9695. 32—2009

4.4.3.3 JMAEEJM 100 pL AR AE G CREAS 2 R A B X R RFL P, EOIMABT AR TAE W (3. 2. 3. 4)
50 pL/fL, BRIR% RS, SRR SRS B 25 Cl a3 5+ R A 30 min,

4.4.3.4  PEAR /N0 IT AR, K AL AR L T, B BES TAEW (3. 2. 3. 11)250 pL/fL, WA B &
4 W ~5 K, B 10 s, K404 T .

4.4.3.5 JNEEKR HL A BEER ZH0(3.2.3.3)100 pL L, REBRG RS, HERESREE 25 C#
JEFRE 30 min, B EE YR EG. 5.4,

4.4.3.6 S MAKY]E A K (3.2.3.5)50 pL/FL, KD W B W (3. 2.3.6)50 pL/fL, BBRY
RS, AR B S AR A B 25 “CREEIFEE R 15 min,

4.4.3.7 P MAZLIER.2.3. D50 pL/ L BREIRGIES , R E B 450 nm & 630 nm W K
R, B 2 R LAY O BEAE

4.5 H£RHE
BR@OWH IO
XY EE = _é_ﬂ_ X 100 % NG D
X

B M B R A W Y OB A
By~ Oppb FRAEWHE I V1RO (L
¥ 3R C2) R B AT O (8960 R STG K Cpee/ L) B0 F 4R X C, -2 XSO B E 2% AR
S5 RE AR 0 TR B L BB T M 15 098 9o 0 5 025 A P 0
B () R T R TR WA R

A— A,
XHr:
X AP EERERNEE, BAMAHCE TR (pg/ke)
A—— RS BOCEME OOX N EREE S’ A BT (pg/L);
A, SEBEANHMEEE/ECOMNN W RABEESE, AN ET (ug/L)
foo AR BRAEEG
m  FRBREAMNREE, BN RNE @,
SRR A B . SR A M A ISR IE.
4.6 RBEE
e A RS T IR MR IR S I S R A 2 A B B AR EHHEM 20%.
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M R A
(HRMER R
REMBRTEDEEFRE REENEER TRER

Al FERSEDEFEYROE TR, LE A L.

(x 100 000)
5.0
1 711C
4.0
3.0
]
2.0
1.0
O-Ovllltvxl(lllllllTﬁlrlv—Fr(ﬁr(l‘(($;
8.0 9.0 10.0 11.0 12.0 13.0 14.0 15.0 f/min
B A.1
A2 FHEBEMEYRGEYHESE, LE A 2,
%
! 466
100.0
75. 04—-— -
50.0 |
376 469|503
5.
25.0 325 378 505
232 322 a5 || 39
216 304 342 381 49 473
133|151 204 { 268 | 430 4
0.0 | —_—] Ly L L__|
R e e e e e B e B e Eamaan
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A3 AEEEY R R SEE TRIEE, LA A3,

] 66
100. 0 4
]
1
75.0
50.0
|
376
25. 0+—t57g
0- 0 T L .1 v T — I 7 T T —T v T T L S A T 1 1T T T T T T T T T T T T T T ¥ T T I
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m/z






