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Tl

B

AGEREHE=A L .F ¥ RBEARHAHE FT-E BHEE-EE/ERE =% 4
BR-FEKAE. AME M RERMNKREAREBENRE  EASHAEMNYRNITE.

RIRMENH R A NFHERZ.

AR EERRELNAREA LY 2ERBRLABESARRRFEFREABERZRSR
iopid /=] N

RS -REERN . PEARRAEEN AR . PEEAAGER P L . BXRAERELK
BERESO GETERAGERN L . BEXAWNSARREEERRP O MIEFREREERMFR
BE.EEMIRARBERERRBRS.LCU M,

AEREE-EIERBEAN.REE. B85 KB XS . EHEB. XK XNEF . HAB. BHELEE.
KU BLE FIE BRKE BFAREE.

AEEE _EEERN.PERREENEMALE IETERABFESN PO . BEXEMRARES
KERRB.L PEERAGER PO PEARKMETLFEABRRRRES.

EEEE _EIEEEN . EH . RAT.HFE.EN . ZHEB. BT . HU B8 . TH .
%I
FRRES-RRESAN . FETHERUERBEARAV AR . BXRHERZ2UERRTO.PH
KRR ERFR.

FHRESEFIEREAMEBE.FFX.FH LA BEH . AER . BRE.EF . WEH.
(3.3 355N 1
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3.2.13 MEFLHEMAXRE. BRARME TXREMAERE, ERENERRUNRELR 2%
EEERY, HONFERY 60 mg, BN 3 mL, AN, SAMNKKA 3 mL FE.5 mLKEK.

3.2.14 FEHBLK.

3.2.15 ¥E>.4L2%8k, BE 0. 65 mm~0. 85 mm, ~ & {LEE (SIO)F /A 99,
3.2.16 SAFLBEEE:0.2 pm, HHLAH.

3.2.17 BK.#iFEATFET 99.999%.

3.3 {uB/MigE

3.3.1 BEEMHEAEHPLOMN . REEIMQMBR _REETIERE.
3.3.2 A RY.&EHR0.0001 g 0.0l g,

3.3.3 BELOH.ZEAMET 4 000 r/min,

3.3.4 HEAEEKE.

3.3.5 EHEREKE.

3.3.6 EAKTAXL.

3.3.7 REESEE.

3.3.8 AEMHE.LE 50 mL,

3.3.9 BFk.

3.4 HRam

3.4.1 #K

3.4.1.1 AED.DBH BB OKHKMPES

B2 g HRZEO0.0Ol ORBET SO mL AEBHELED MA 15 mL Z=RZMERG. 2.8
5 mL Z B, BA 5 10 min, B HEK 10 min 5, UAETF 4 000 r/min B.L> 10 min, FHEREZE
LEEREENEASTES  ASEZBRERESZ 25 mL, B 5 mL ¥, MA 5 mL KBS G B
HALH
34,2 PR.GBMLDRENE

BFE 2 gOBHZE 0.0l i TR T MAGESBGARFEN 4 F~6 OPFERTHR. 5
BESOmL AZEENELEH, A S ol SRZEERG. 2O BKRERFE. FRAXABLE
b, EEELERMAS mL 2. A T#ER3.4.1.1 P“EFE LK 10 min, - A5 mL XKEBS)E
1 Ea e Rl A

¥ EHRTRBYERE. TUA SR ZMBEN AN IEC RN RRISEEA SPEESRE.
3.4.2 %4

3.4, 1 BHESLBEEERAERAE(. 2.13) %, KKA 3 mL KM 3 mL FEREE, WEL

P Y A -Gl WD A 0 ANM-OM O Ek A MRS Tk 1 Y (et WMWY B0 D
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D PHER.20 pL,
3.5.2 IREHRMNEH

AR =R REFERESRERR BB RIMERER 0.8.2,20,40,80 pg/mL MR TIEHR,
REHRAEHERN, URERREFE SRGEMKRRATE. ERLRME=RTEHHES
HPLC % M2 LR A PHE A1,
3.5.3 ERAE

FMER P =RERMENEN RN RREREN, KN RN N RREE FEREIF.
3.5.4 ZRitN

REF=BREN SR A EEEELERGERER(DHTERLSE.

_ AXc XV X1000
X = A, X m X 1000 xf (L

bal;
X—RBEP=ZERNENSE AR ERE T (me/ke);
A—HER S = AU T R
RHERB T R BRAEE, AR B ES (pg/mL);

V—HBEXEFER, LA REF (mL);

A—RERBE D = RAE R &

m—RAFEMER, BT ()

f— RBER.
3.6 TAXR

BRAFREUEE S 4, i LR M E R AL BRHAT.
3.7 HEERR

EFENERRNY 2 mg/kg,
3.8 MigxR

TERMME E 2 mg/kg~10 mg/kg WETLE W, B UL 7E 802 ~ 1102 Z [A], #H XF 47 HE {8 2= /)
F10%.

Cc

47 My A2 A Ty XA LA fake 1l mellede
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4.5.5 EHAZE
BRERFAMERSENRE TERR IRRAEPHERABER IR SRETEFBR—X
(BAEEELZ. SHZH)HELTERLEYNFENTE FHOEN EESKEHASREBRRMHENE
E—-BLHEXMEEMERELER 1 BT, W 0T A Bk A E =R K.
X EREFHNFENBRAALATRE

AMBETEE >50% >20%F 50% >10%E 20% <10%
S BN e 2= +20% +25% +30% +50%
4.5.6 HRITH
i 3.5.4,
4.6 ZAXE
BRATBEE RS, Bk B R M E Z P RFELT.
4.7 FHEERR
AT ERRN 0.01 mg/kg,
4.8 [EfgE
FER N B 0. 01 mg/kg~0. 5 mg/keg ¥ EFRE A, EIBERZE 8040 ~110 % Z [ , HXHIR R E N F
10%.
4.9 RrE

EEEHABTHRENFEKEITMELE RN AT EEAEBEEREHMEM 15%.
5 #=% SHEE-REEKAE(GC-MS H GC-MS/MS %)

51 HE
RESBFER EHEBRRLE, BTN E TEYRALEE FEMA B I HESR

fﬁJM\M ’3?,'\ d 5 pe o Mo oF (MBNDY B A A?E@H;Hﬁlﬂﬁl‘itm&-_ﬂw:t_mc;?& Ahdwye
1—&F_ B 1
i w '
)

E'.
5.2 RASH#E
BRAEAF RN, RN R HHrai, KA GB/T 6682 ER —KK.
5.2.1 miBE.{RGat,
5.2.2 M4,
5.2.3 AR NO-N=ZFEEEX =R ZBKBSTFA) + =HEEELHR(TMCS)(99+ D, f4
W,
5.2.4 ZMEEW22g/L).M 22 g ZRERAY 300 mLKFEREERZ]LL.
5.2.5 =REEFERR - ERRN=FENEFREMERG.2.12)1 mL F 100 mL ZEHE+, AP E
EAZZE WARESBE 1 mL MY TF 10 pg ZRREREM, T 4 CKREAME AZHIATA.
5.2.6 EK AFEKTHFT 99.999%.,
5.2.7 K HAEKTFT 99.999%,
5.2.8 KA 3.2,
5.3 (Mg
5.3.1 SHAE-FEGCMHN . REETEGHEEE FRED.
£ 2 0 Eigfait S/ E(CC-MS/MSMY . FEAH rE+H s 28 (FD
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5.4 HRLE
5.4.1 GC-MS %
5.4.1.1 #K
5.4.1.1.1 BAD.UH.BRHMDEE
BE S g OB E 0.01 BT 50 mL HEREE,MA 25 mL ZRZRFEBGB. 2. 8), BERY
30 s,ﬁﬂu)\ls mL =M RER, BAEEK 15 min, A 2 mL ZBEHF®G. 2.4, %#ﬁaﬁmﬁ

B i o RASE R Ly e 1 K"MEE AP AR L R T E A A0 el

i P
s —i 1
o —
... O
T —
%
) j

5.4.1.1.2 HE.BMMLRENF

FRS cOHE0.0l R Fs5omL REWAES, A5 mLAKFRDERNATESMA B
A 20 mL SHMZ MW (3. 2.8), BERYE 30 s, BMA 15 mL ZHZRBEREF RBREUT#RER
5.4.1.1.1, RGP SREE, TUAHZBBEKREEA=ZRZRERER.
5.4.1.2 %S

BHRBE 5 mL AR LIER T EAZERA (3. 2.13)%F, FA 3 mLK.3 mL FREHEE, FHB
WL, HETEE 3 mL S AL P BB (S. 2. OB, ERBK,50 CTREAKT.
5.4.2 GC-MS/MS %
5.4.2.1 PH.GK.DE.SRONPREE

FRELO.5 g E 0.01 @) 3RBE, IOA 5 mL FEKERG. 2.7, BERS 2 min J5, BF R
15 min~20 min, Y AETF 4 000 r/min B.L> 10 min, B _E 7 & 200 pL FHFLIBAE(3.2.16)13 38,50 C
TERA®RT.

5.4.2.2 BEDHRBRNF
Eifr ) oM ZE 0 01 o)A mA S ml AR RIEIEA] 2 min J5, BAIRBE LI THRIERS.4.2.1,

5.4.3 fT4
BERESKTEREY, MA 600 pL fot B2 #1 200 pL 74 4L M (5. 2.3),1BS, 70 CR M
30 min 5 ,fit GC-MS 8 GC-MS/MS it E B R MM iE.
5.5 SHEGR-RENE
5.5.1 (UBRSEXH
5511 GCC-MS & #&4&
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b) W :1.3 mL/min,
o BFAB.75 THFF 1 min, L 30 C/min WHEEFABE 220 C,HUS5 C/min WEEFBE
250 C, &+ 2 min,

4 HBEOBEE.250 C,

e) BEOBE.250TC,

D BREFRX AWM.

g) ﬂf#i:l [T3

h BEFR -BFEHEBED,

D HEEER.70eV,

D BFREE:220 C,

k) MERHFERE:150 T,

D ®EES:H5S,0.239 4 Pa(l.8 mTorr).

m) REEREE:15 V.,

n) A#FR:ZBRMEMMRM,EBE T m/z 342>327, EHE F m/z 342>>327,342>>171,
5.5.2 RAEMENES
5.5.2.1 GC-MS 5%

KRR = BN R (5.2.5)0.0.4.0.8,1.6.4.8,16 mL, 3 HBF 74 100 mL ZEHEF,
AHEREZEZE. SR 1ol AESKT,.&B 5. 4.3 2 BAT4E4k. BRHBEHELTDREL I H
0.0.05.0.1, 0.2.0.5.1.2 pg/mL MiFHEERR. KB GCMS B E. DURET/EBRREENEL
FOERETHREREAEEHEIALGR . SHWEETAEHR. KEFRANGCMS EEFREGIER
ZRMFZFATHE A ZREABENTEYESEE FRIEERS LHF A BHE A4,
5.5.2.2 GC-MS/MS #%

HERRN =R RAEIR SR (5.2.5)0,0,04.0,08.0.4.0.8.4.8 mL,A$ET 74 100 mL &I
POAFERBEZZE., £ 1 ol AESKT . &R 5. 4.3 BWMAAK. RERFTEATYEE S5
29 0.0.005, 0.01,0.05,0.1,0.5.1 pg/mL MIPrEEBR . KU BH GC-MS/MS#E . LIt TR
BERENRLR EBEETHREAHBGEP AL, L HnE TIEHR. IREEHEKN GCMS/MS £
RRMAMERGEES LKE A PHE A.S.,

5.5.3 ZERHE

o B R W v = 2% U O el L I FE AR P B AR AR A R P9 B T R L L o e R R, AT
HALE B HREST.

5.5.4 EHHE
5.5.4.1 GC-MS 3%

IR R SR E A E A M T (m/2 99,171,327 1 342) ¢, HFMAE A 4 NEF (m/z 99,
171327 M4 M EFH SHEMVAREFEFHLHEERKTF 20%.
5.5.4.2 GC-MS/MS %

DLARYERE S AR A R DA R B S o W MBS F (m/z 342>>327,342>171) 8 ¥ , ot 2 o 39 2 JE ) ]
4.5.5,

5.5.5 HRitH

A 3.5.4,

5.6 THILK

BRATREUES S, Wik B3R M e RGP BT,
5.7 AEERR

AF g, SHAHE-REE(GC-MS B KWERR N 0. 05 me/ke, S A G E-F /K% %k (GC-
7
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M R A
(HHEHERRD
ZERABRGEZEHMA
™
& ] )
®

=Rt 3

{RE B A/ min

Al EFERMNFE=ZRKERNES HPLC =) 1:
(M P K 240 nm, A BB E] 13. 6 min, C, fBiE)

x10°
s{TIC

— N W a0
P

X10

2. 54 127>68

2
X10°| 127>85

0.20.40.60.81 1.21.41.61.8 2 2.22.42.62.833.23.43.63.84 4.24.44.6485 525.45.6
BB E/min

A2 EFEEMEFE=FBEENBERLCMS/MS S RE NN FERERE
(R B 1}A] 4. 2 min, EHEETF m/z 127>85 #l m/z 127>68)
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TIC &)
’ J
= : e E— - - |
= - - “
= | ] | L —
KCounts 3 =
""" 342.0>327.0[-15.0 V] &5
2.5 E
2.0 E
1.53 E
1.0 £
0.5 E
0.0 | :
Counts ,
157 342.0>171.0(-15.0 V] n
2003 :
1503 =
K] 3 :
1003 :
0d—— ~ A A, o . :
T T - ; Mt ; -
6 7 8 9 10
R BB /min

BAS ZRNEFES GC-MS/MS EREMNEREBE
(B ad/E 7. 25 min, EHEE F m/z 342>171 1 m/z 342>>327)
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