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Liquid chromatography tandem mass spectrometry

2013-09-06 & 15 2014-02-15 3£ K8

PHEARSEERRRIERRGIENE , .
hH E R b




GB/T 29675—2013

i

Bl

FFRAER R GB/T 1. 1—2009 4 H N,

BEEAXHNFEABTESRERM . AR RFIMR RN XSS HHFE.,

AEREE P ERTBESSEN,

AbRdE 2 BTN EE RS RELRE AT RS (SAC/TC 251 HMO,

AR AL . o BRI AR T X B S TR SE BT e A RIERE M &
ABRBER.

AIREETEREEA DR ZHL AERJEEN.TE XE. B K GERS U8R,



GB/T 29675—2013

51

I

ARV B B I 9 T R R ot i TLAE ALV YRR RE WO 35 T 90 B, AN R A O Aot o A 72 EURL B AL 7 B
B . IRER BTk S R R AR o 2% B At B S Ao R R AT A At i T
EFFEIHE B —RER, WEEERAEN TR AN ERAZET , AR ARERTEEE.

73R B ) SR ik S ) R B PR B A A M Y R o (UK et s o U R i B R 4R A T T 3%



GB/T 29675—2013

HhmPEEFEBNE
HE B E-FE/ R E

1 3EHE

AR ERLRE T Aotk i o T 2B YRR B - B/ BRI S T ¥ .
FAREER THER BB KR BER RGP TERRMNE.
FAREN T EREEBER RN 0.1 mg/ke, EEMA 0.2 ma/ke.

2 MEiEsIAH

TI SR TSR B A RBAT K., LEEB PSS A, (UEB BHRRAEEHFAR
. LR BB E HCH  EEH A (B IEITA BB %) & T4 30,
GB/T 6682 43#r 55 % FH/KHLA& FIHRI6 O

3 RiE

M EM KT RIREERERR S PR EERR, RBURZ B0 | B BUE G105  F WA
B/ BRI E, AR ER.

4 W

BRAES AR E, BT ARN N a8rd. KR GB/T 6682 Ml —gk.
4.1 BB RIER,
4.2 EEFBIFEYIE 5 FR CuH,O,CAS 5 25154-52-3, di E AR/ TF 98%, MRS T A
BA1,
4.3 4n-TEEBRBED R4+ TFR CisHauO,CAS 5 104-40-5, 4 FEAR/PNTF 98%.
4.4 EEEMIREESHER-ERTEERTEEMFAEYRCERZE 0.1 me), IFBEW. DEH R
WEEA 100 pg/mL WIRAEM SRR, T 4 CEBLRE THEHA=/MA.
4.5 4-nTERBAGESER ERTRER 4 TEERFEYRGERZ 0.1 me), UFEWA. D
Bl BB 10 peg/mL WA R, T 4 CRARE THEA=Z/A,
4.6 [FEAEZEREZEFRA N-Z 5% W G Bi-— 2% B2 8, 200 mg, 6 mL, SiAE %, F FARTKK A
6 mL .6 mL KiEfL.
4.7 FTKZBEE. gL,
4.8 —FE Bk ita.
4.9 K.

5 {UEEFnigE

5.1 WAHEIE-FRE/ R LC-MS/MSMY . B H EBERE FIEESD.
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5.2 EFEEKAE.

5.3 A R¥ERERH 0.000 1 g 0.001 g,
5.4 BOHLEHEAETF 5000 r/min,

5.5 FHFLIRAR:0.45 pm, R IUE LI K .

6 MELE

6.1 BRI
6.1.1 1RE
6.1.1.1 BEEX. BB . kFALER

FRELO.5 g OB % 0.001 )ifAET 16 mL BEFHBELE P, MA 50 pL AR EER 4.5, F
WA 10 mL RS @ H R G ERG+2, KR, AR 30 min, PIAET 5 000 r/min B
15 min, X LW 2 mL, RSEBREET,. B 2 mL 30 % ¥ EKERIBIERER,. /ERFrd Ll

6.1.1.2 BEXER

FREX 0.5 g(REHZE 0.001 @ RAFET 16 mL HEFHBELEHMA 50 oL AIRMEEHER (4.5, F
WA 10 mL BAKZBS —EHFEESHER G2, 4B , B AR 30 min, AR T 5 000 r/min B
£ 15 min, BUEEW 2 mL, RS BERREET,BH 2 mL 30% B E/KERIREERE 1B Rl

6.1.2 %4

¥6. 1.1 WA UREREFEMEEREWA. 6)F, H 3 mL 30X FEKBERESR MERETE,
6 mLFE _EHREARKGT2, BB SWKER. FEERBRAZRKEZERELT,H 2 nl
HEEER,Z 0.45 pm LIRS IR, WA R I AR .

6.2 MEFRH

WA B3-S EN S ERGWT -

a) fAiEk: . XBridge CisE,3.5 #m, 150 mm X 2. 1 mm (48,50 243 ;

b) WA FEAF 0. 1% EKER (B, B F BB :0~2. 5 min,30% A~90% A;2.5 min~
3 min,%0% A~95% A;3 min~6 min,95% A;6 min~8 min,95% A~30% A;

¢) W .0.25 mL/min;

d HE:30 C;

e FHHE.5pL;

D wmEFX-EAREFEE,AET;

g BHEHRME:1.5KkV;

h) ZFEEHKE:3.0 V;

D HEBEHEEE:0.5V;

P BTFEEE:150 C;

k) BEFKAK,WHE 500 L/h, REE 450 C;

D #AK:AX,WHES50 L/h;

m) HAFBF R :SENEIMRM), EEBEFF . EEEF . EABEMMESEELE 1.
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X1 TEXBREAGHNEEEFN . EEEFXN . BB ENAESERS
EHEEF EBEEFX #AHBE/ WIESEE/
D
EnEH (m/2) (m/z) \% eV
219.1/133.0 32
T 219.1/147.0 36
219.1/147.0 25
. 219.1/106.0 32
o TR / 219.1/106. 0 38
(R 219.1/119.0 22

6.3 IRAEHLZELE

AFEADETEERITEEEERGC OBRFEREIWEN 10 1g/L.50 pg/L.100 pg/L,
250 pg/L.500 pg/L BITRHE TARHE L, 2o AR MR B39 50 pg/L. 4% 6. 2 BT 8 45 9% B e K 3
RIS, UL EERERE T EARYRERE FTRNEEHRZL, I FEEEROKRERE, B3
PR R EH TR

EEEBRIEMMAGYRNEENTREAERS LM B HKE B. 1.

6.4 WE

# 6. 2 WME R AR XT RO R IR HEAT I RE , AR e E B . 8 TR YR o o S 8 T S WD B B 76 A o
BT £ 9 8 e L PAY A A 0 1A L U L RS R R AR AT

e B8 3R 2 1 0 RE R A o AR R, A SRR Y B I AR O R S AR AR R
CRALTEETE £2. 5262 PO s B o ARG & W BB ASF 58 7 A0 X = B2 55 e BEE A 4 AR M I WU AR R =
BE—B0 AT £ R E AR 2 WHRE , W TTH BTRE P AP E R R B .

R2 ENETFEANFENRAATERE

MY EFEE >50% >20% H<<50% >10% H<20% <10%
pinzd: ok cpoRi-b= +20% +25% +30% +50%
6.5 =HKE

BRAFREURE S 51, 394 B3R TN %8 2 R Fn 20 BREAT .
7 HRITE

FBR (DI EEERBR I ARY N EERTF -

f___As >< Ci

_Achs e (1)

A

f ——EEEBR AN AN IERT;
AT ERBI R EER;

WA IR B R BB T (meg/ L) 5
Ai—— AR Y R TR AR 5

Ci
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cs TEEB IR REE, L AAZTET (mg/D) .,
BEROTHEARESTTERRN IR, HREERREWA/DG RS R MBS AE:
A, Xm,

SA X fxm =(2)

X

A
X —lHFTEEERSTE, AUNERET R (mg/ke) ;
A — P TR IS E
s IR AR R R E, AN E T (me) 5
o —JU RE B P A 0 H AR T AR5
—EEEBRT AR AN IERT;
— R ERE, BT (ke

3 - » 3

8 KRHRIMEER
TEEHIBERA 0.1 mg/kg, €EMRA 0.2 mg/ke,
9 EKRMBEE

FEWMWEE 0. 2 mg/kg~1.0 mg/kg BITEE A, BICERLE 83. 1% ~103. 0% 2 [8] , M3 X 4 vl 22 2y
2.75%~9.24%,

10 fWE

FEEZ AN T RS R B L U RE 45 R A X 2 EA N B EARFHER 10%.
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M % B
(BT LI B 3RO
IEXBRAEARTNAGYENEREFREAER

MRM of 4 Channels ES-
5.13 219. 076>>132. 997 (NP)
%
90
—10 HEAS N S AL LN L S L LD AL L S B LA L B L (L L L
2.00 3.00 4.00 5.00 6. 00 7.00 +/min
MRM of 4 Channels ES-~
5. 56 219. 076>105. 992 (4-n-NP)
%
90
—10 Yy T T T T T T T T T T T T L
2.00 3.00 4.00 5.00 6. 00 7. 00 t/min
BB .
5.13 min: T
5.56 min—4-n-F&HEBH (AR .

EB1 IEXBRERNARYRNEEETEIEE
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EFEREI . (010168523946
o B AR AR R R S ER R T BRI
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FFA 880X 1230 1/16 EIdk 0.75 % 12 FF
2013 4F 10 H85—PR 2013 4E 10 HE— R EIR
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