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({ERELTE)

1 3EH

ARTTVERTE Tt it v DR s T 1 AR €3 - R BT 00 5 77 vk o

ARG TIRAS KL . WAL . B B FLIE . B 3t it b PO AR I e
(R 5 o
2 FERE

PRI 05 R (- R TS, R IE B 1 B Lt AT e v, A
VEE

ARITIFIRERCA 1.0 g I, A HUIREEA 0.01 mg/kg, AR =K 0.03 mg/kg.
3 AR

B 5 RE A AR D5V BT R AR B A o T4l s DA RS, 7K A GBIT 6682 KI5 1 — 4K .
3.1 PIEmBEIEhRES (ZEE>98 %),
3.2 SR MmEE (2,3,3-D3) (4fifF>98 %)
3.3 WEE, Milkag,
3.4 fjE (30°C ~ 60°C), 4r#rél.
35 Wi, tikaf,
3.6 5% FHERIAT: WHUHER (3.5) 5mL, fn/k 95mL, #&%), RS,
3.7 TR (1.0 mg/mL): FREXAME®BERZ (3.1) 10 mg CF5#i% 0.01 mg), & 10 mL
AR, KRR EREZIRE, B, BE.
3.8 AnifE AR (10.0 po/mbL): A% HUbR ERG #5939 (3.7) 1 mL, & 100 mL A=+,
KRR EZIE, w5, W,
3.9 WFRhRAERE &R (0.1 mg/mL): FREUTA A MEREZ (2,3,3-D3) (3.2) 10 mg CFEffi &
0.01mg), ¥ 100 mL FEHMH, IUKMEEMIFERZEZIE, %5, WS,
3.10 WAR TAEM (1.0 pog/mbL):  MEZEEAARMESER (3.9) 1mL, & 100 mL A&

T MKFREZIE, 5, R
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4.1 U T - = 7 DUMAT 1% B FH A
42 RF.

4.3 I PAE DA

4.4 HopLl.

4.5 JATEIRE 1L

5 DR

5.1 fRERTA RIS &

43 RS EL 10.0 pg/mbL BIARE TAE R (3.8) 2.0 s 5.0 pls 10 s 20 s 50 i

100 P+ 200 P, EANFE 10 mL &I 73 AAE 2 A 1.0 pg/mL AR TAEH 1 (3.10)

200 uL, F/KFBEZRZI L, 3257, BCHI 89 B 43 3124 2.0 ng/mL. 5.0 ng/mL. 10 ng/mL. 20 ng/mL.

50 ng/mL. 100 ng/mL. 200 ng/mL FIkr#E RTINS, PIFRAEEN 20 ng/mL.

5.2 tFmAbIE

FREUFE AL 1.0 g, FEZIIN 1.0 pg/mL (1) N AR TAEEW (3.10) 200 pL, wjiE 30s, MK

10 mL. fiyfF (3.4) 10 mL, ¥&jiE 1 min, #4410 min, 12 000 r/min 20> 10 min,

HUKJZ 3mL, i 5% H B (3.6) 60 pl. A1l (3.4) 3mL, &€ 30s, T 12 000 r/min

B0 10 min, BUKE, IF 0.22 pm BFLIEE,  SEBAE AT .

53 & ERAGE-ZEMNRIFRIEKAB &Y

5.3.1 BiEXH

% FE: Prodigy Cig #:(4.6 mmx150 mm, 3.0 pm), BREEREG A,

WEAH A: 0.05% FERIATR ;
WEIAE B: HEE,
TSR B e AR 7 L3R 15

RENTEHE B AE

V (JishtE B) /%

*=1
A 8] /min V GRBIH A 1%
0.0 90
8.0 90
8.5 0
12.0 0
13.0 90
19.0 90

10
10
100
100
10
10

Viig: 0.3 mL/min;



FEiR: 25 C;

BEFEE: 10 pL.

5.3.2 FRig&MH
BRI B TR CESIHYED:
W IEE I A
BFIREmS R (1S): 5500 V;
KA JI(CUR): 45 psi;
FASE JI1(GS1): 80 psi;
B K 71(GS2): 60 psi;
BRI EE(TEM): 600 C;
Rl A

e ik &2 Wk 2

x2 ZENRASTFHREXEESHIRER

I ' W 4 FR FEEF (miz) LREHIE(V) FEF (miz) CE (V)
1 sl 72.0 40 55.0* 18
40 54.0 24
40 44.0 27
40 27.0 32
2 PIbR 75.0 43 58.0 18

PRI E B, PRI E 1 T AT AR i S ) SR DL HEAT 188
54 EMFIE
FIVBOAR il - 3 R BT BE V20 B i AT B e, AEAH R IRIR 26 1F T, BER T 2P E &
BT AGEMER T (DA (i, FF b8 7 I Or B N 8] 5 bR e i b 25 = 11
R PR I ) — B30 5 it Cou i 1] P T 0 9 ) 00 2 PR R XS = B8 B 5 AR 4R B AR PR 8 1 4
Xt R R ZE AN R 3 MU I, AT DU i o A7 A P A A
#*3 EMWIEENESFEENRRRITRE

MARNBEFEE K k>50% 50 %>k >20 % 20%>k>10% k<10 %

SV B KA 22 +£20% +25% 430% +50%

55 EEME

TE5. 37 T A €t - = 25 DUARAT BB 25440, BT R VAW (5.1) 43 BIERE, LA
WRE R AR, WETRONMNAR R, HEATERMERE, 2®ibriEdh, HLMHx RN KT
0.995,



5. 27000 Ab BEAS B AR VA WO R, R TR RAEfh 28, THE PRI (R L
o6 TN A, THERE S PR 0 o 4
6 SHTEERIFRIA
6.1 1tE
Cx10
m>1000
s o—— Akl b e 443 1R T & 438, molkg:s
C—— FEMMAFIKEZ, ng/mL;
m—— FEamARICE, g.
TE B SR SRR S5 5 OB S R 225 TR 1 ] 22 (B AN AR Ik SRS ML) 15%0
6.2 BIUERFIFEERE
VU 5% S 56 5 ) 7 22 RIS R A 90.2%~116.7%, AR bRl 22 /N T 10.0 %.

7 Bk
8.0=4 1
__;-_- F0ed
B 0.0 ¥
2 4 a8 8 10 12 14
t/min
47ed 2
“ 40e4
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0.0 T
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ok an R M B B B AR I 73 VA A2 1T 1t B

Nt SE A TP R BRI S ARG T VAR AEAR 2, Inam Aot i 2R BR TP 5 4
B, P E e AR E T TR, BT T P B N R AT BT R
B 7558 3 TARA RO AN T -

1 FETENLEN
Pt v R P A 1 v 7 WU 3 24 M VP [2011]96 5 SRR 1o 5 VAR
A ACFRIS TR, P BORAE, T RS IE i RIS 2, REew R IREER. N
itttk LR i R, A 0 At P P B R TR R AT e
2 BTk R STk
(1) (At DARIE) (2007 150D
(2) EEZ5IEVF[2011]96 5 3CHH 1
(3) 4k, &, YLSCHA, %5 JBURH Eo il o IO UV 5 Aot v AT A4 T A L AR Tk R
=, MaHi4eE, 2010, 30 (10): 1887~1890
(4) D5g, T, At % AR RERT E R - B 0T T v 0 52 Aot i B B T
WG, Bi%, 2009, 27 (6): 856859
3 IR
ASKE I 752 R Y A A 0 51 36 2 8l L 4% 1) Sl (K o AT R, IR T
AT fAfE . GBI, CRUERIN 7 vk ) mT 45/ R S L
4 EITiEIE
R REBEZEAE, BT i b D IR I AN T VAT T S A AT . S A T
(RISRBEREAT 7883 . IR PEAPTE X L ERIAIRE G, 20 ) DARE S R AL B 52 o A8 A 2
BEATRACAEIE . P50 55 T IR KIESS . AR BURA . BRI Bt
(YR AL R VR AR AT 710, BT B T T S IR 7V SR AR W 72
FESL [ TT 053 G WL AR B 5 2 i RS B TR« 3L T8 2 A IR AT R TR R IR
DX 3 i 25 AL 30T HEAT T B0 IE E A%
5 ELUtRRRYE)



(1 KTFAp
AN 75925 ) A A1) = T 2 IR R 5 24 o B LR JR) R AT A M it v 2 B TR W

iRl RN RN R b i e R VY wE AT E WP S v rNAY D IR M7 7 (2

(2) KAL) 2 SLANAIE

AL LR ATNER R L — o N I8 1 A AR BB A 2.1
mm, WFEBEREARUY 10uL i, TR A . Fiah, A A R RUR T A TE IR,
YT A £ B 5 R 32 5 R o

(3) RTEMET

W8T & TR SRR A A AR N 22 53 DI BERE miz 27.0. miz 44.0,
Mz 54.0 {E NS ENE R T, SR S AR SR G OLIE R E VB 7, DL 2 Al R BUE
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ot am P R M B B RYAQ I 75 5 Yl 15 PR

1 {E%KIR
R r [ £ 24 S AR S A 78 B 5 T T 6 24 AR B T 2 T P, T A 2 A
56 BT AR PR P P A A R ARG I v e 3 A .

A B

2 MiRE=x

PRI —Fh o ok A &8 SR PR R 4, 0 AR B stk . B0 30 S B 2e i
PRI AT T & R IR B SR R a1 . SRR I A 5 o sk, Bt il b B 2 7
Fag, B, FTHIERSE R RS TR ), (ER B R DR G fi SR AR R A AR A Tt
i o BRI, A B At R ) PR B M S A BEAT AR A . H RTIRE (At TAERE D
(2007 4ERR D #HLE B B 24 k™= it v P AR I B B AR ik B B A4S0 0.1 mglkg,  FLE ™ R PR
&4 0.5 mg/kgtl.
3 MEINK

H Ao it b AR B I i D75 GC 3R, HPLC PR Le-Ms/Ms i:F1%: . Ge
A HPLC YRR BUE 5 TR, ARt NEZ K. LC-MS/MS 52 H it it
PRSI ) N E T %, BT B s, I Cog i BAREERE 1L, BA
Mo PR MERE U 2, #FE LC-MSIMS € Hh i i A= S50 i) 22 LA AR AR, 3 7 v R
BUEARR R ER . Foh, BT IR ERR, SERBOA T FZE K. DOK S HE A7
I, A7 LERE S SR IBOOE LA RS O o 2, I iR [ A 2 S BT BEL 7y 3k K et — 22 2
A SCHRUSR IR A LI (PR SREU b i P AR TR, R T~ 52 9 U B 13200 5 B LA
FHACIUEOAR G — 2 1 JE DN 5E o« B [ AHAS IR 0 A AR ey, BT AL BRI T, 8704 AT
FPAERCR R TR RN . BRI, A0 B A TR AT 8 B AL

AL A 5k 2 b, DAL RT3 7V RS W i, g ST P A e ) A
A28 B ) 58 7V
4 FIEMERA
41 14|

T ROBAH CiB A (Bl E B Reds . oo, i Abl, SEE Waters A H]);  AP14000
JREEA (SEE AB SCIEX Aw]); i ACBUAH A 5 B A R G . MS3 i iediRyz & ([
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42 R

P bR e i (Dr. Ehrenestorfer GmBH A @], b5 90806, 4/ 99.5%). RANHE

fEf% (2,3,3-D3) (ALDRICH A+, fit'5 SZ2027, 4% 98%).

HEE (30°C ~ 60°C) (Hrhraf). HER (i),

43 ik
431 f{oiftseit

ik Prodigy Cig (4.6 mmx150 mm, 3.0 pm), BZE i,

FRENAH A: 0.05% H R VAT s
TENAE B: FIEE;
TSRS e FE P W3R 15

=1 RENEEERIER

HlE. R (fika). fi

i [8]/min V GREIH A 1% V Gz B) /%
0.0 90 10
8.0 90 10
8.5 0 100
12.0 100
13.0 90 10
19.0 90 10

Vi : 0.3 mL/min;

FEif: 25 °C;

HEFEE: 10 uL.

432 ik

TR EmIE R TUE (ESIHED;
WA I BT I AR

NN

YR 55 LR (1S): 5500 V;

o

S AJE JI(CUR): 45 psi;

A

4

ZFALSE F1(GS1): 80 psi;
B <E 71(GS2): 60 psi;
BRI E(TEM): 600 C;

HERE &S WL 2;



*2 ZENRASTFHREXEESHIRER

G LU S BEF (m/z) FFRHE(V) FET (miz) CE (V)
40 55.0% 18
1 I 72.0 40 54.0 24
40 440 27
2 AR 75.0 43 58.0 18
o NEEET.

4.33  bRUER BB

43 PRS2 EL 10.0 pg/mL FIARE TAEH 2.0 pl 5.0 pl. 10 ply 20 pby 50 pi. 100
pL.200 P, B T AF) 10 mL FEHEH, 7300k 2 A 1.0 pg/mL 1) N AR TAE# 200 pL,
FIKMREEZIE, #2451, EHIFHRE %8 2.0 ng/mL. 5.0 ng/mL. 10 ng/mL. 20 ng/mL.
50 ng/mL. 100 ng/mL. 200 ng/mL FIbRHE RFNEIR, PIFRIEEAN 20 ng/mL.
5.3.4 FEahabEE

FRIUFEAD 1.0 g, KA 1.0 pg/mL A FR TAERR 200 ul, #jE 30's, fnzK 10 mL.
FiHEE (30°C ~ 60°C) 10 mL, ¥aJig 1 min, #7540 10 min, - 12 000 r/min &.C» 10 min,
BUKJE 3mL, i 5% R 60 . A Ak (30°C ~ 60°C) 3mL, J4jiE 30s, T 12000
r/min 5.0 10 min, BUKJZ, 3T 0.22 pm SEFLIERE, BERVE AR .
435 5

AR IR TEI AR, T By 282 A5 HH T AT P ) R A o 45 it v AT A48 T A 2 8 S e e
2 FRR, RIS kN R B R
5 FHEMR
51 HmuTtiE
511 IATHRAEIBREG

I T A 4 TR 40955 2 R 699 [ 26 W VP [2011]96 5 SRR 10 %073k R B DL 20
PERVEFIREATRE L PR AL, EBR AU B0 B W I VR R 26, AREH 2 BREZER . 5
GBIT 29659-2013"143 5%l HPLC V£ LC-MS/MS 3l Ak e it b O P BER, {H HPLC
W RBEA R, ARG LT EER; LC-MSIMS 275 BN BB AR RUD 18, A
i, BTACERIN TR, AR A E A AR BORAME, 7R LC-MS/MS Il & FHAFTE R
{1 35 A 1) RS o
5.1.2 SCHRJVERIGRIE

A5 SCHRCHRE LA RS RS O 23071 0 AT B o E I S G /R DA R S
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APAENXE, VEM VAR BRSO, TOiREAT Ja 2680k . 554t BEIAHACEUR 70 B AL
o, EAEE,

A SCHREHRGE L 0.1% F BRI~ Ik (30 °C ~ 60 C) M HRBUA AT RE
AT ALTE, E S s 2 0 70458 ot VA VR A R B T 0 A7 DR
5.1.3 WITHIINERR

AT TSR RE S MK A B (30 'C ~ 60 “COBEATHEEL, B0 o A1 1HEE(30 'C ~ 60 C)
FRE FH 3 SR 3 BIRE i 7 B 25 B —F8 23 MRV IR JE o o 8500 J5 /K2 W0 PR IR I H B2 5 B
et ity R ANV o AT H o SRR 20 it R SR BB LA RS g I 75 BE /0K, (H RN
MK (30 'C~ 60 C) #&HUE, VAU IR FH 7700 BN, SR n] i 2 AR R oK

HURE &, 2 3K S B R, 48 FR R ) 5 & 49331 o 0.1%-0.5%, F- A Jii % (30 °C ~ 60 °C),

Wale. B, FERWERIKEEN 0.1%MFE SIS ERCR B, KRB S IEDS, i, %
FER VR B 7€ N 0.1%.

HORE G, IKJE 20 min — & W ke Al (30 °C ~ 60 'C) #EATimiE. Bl BUKHK
BT 28T, S5 FnAmE (30 C ~ 60 'C) MIFEMMIRN . Ik, 84 vk
(30°C ~ 60 °C) BEATHRIEMER T HIFEHL
5.2 JREhtE
521 AHUHRIESE

SRR . CNEHEAT RS, SR LA G A NI, BRI e Jie 1 Vg T2
(BRI R8RS 2 BB T4, SEOARAESS: W/ h a5, BaE
KPR ) OR B I T8, AHRBIAH T SR & &b, AR T @i Ry . Ak A
FHUAE, PRI () R B TR, AR T DRI 5 TR 1 4 25, I ELIR S AR h )
BE & B IRFFAE 10000 b, AR T il IRy, Bk PRI DA B .

5.2.2 JKAHRIEE

FKHH PR3 3 3 25 5K AN [R] R B2 (W5 i o DL B 9 AL, 73l L 0.019% HY v
. 0.02%HERVEW . 0.05% FHERVAWE . 0.1%H ERVEW . 0.3% M BRIEHUN/KAH, 5N IR
JHEAE SRR ol P 20T ROR o e 3 (0 SR ity DA 8 245 1 ¥ [2011]96 -5 TR 1 75 324500
I e o 00 1) 2080 26 v A ot o 205 SR AN [ TR B ) YRR VA VAN 5 T A A4 5 i ) OR B S TR), (BT 52
WAV it 22 5 T PRS0 IRV DR B 5 DT 52 W) PR R v £ SIZ B B o v PR o 77K AH 2 0.05% HH
PR VAR, AT T e P o 7 fg vy, J 1) 28R B /0 o TR, 3645 0.05% FR IR T TRAE A 7K A o

10



53 @IBHRIEE

AT TE R B 4 Fh iAot B A R AN RN 3 ANE R IR 1 NVRAS T IR
HEATRES, A2 AN (1) HSS T3 4 (1.8 um, 2.1 mmx 100 mm). (2) Capcell core Cig
F (2.7 pm, 4.6 mmx 150 mm). (3) Poroshell 120 EC-Cyg % (2.7 pm, 4.6 mmx 100 mm). (4)
Prodigy Cig #£(3.0 um, 4.6 mmx150 mm), ¥ishAH4 8 F EE-0.05% F R A (10:90), &5RH
A BRI AE A (4) B DR B I TRD R A, R A ) RO e /0, R b 3% Eo i A (4) 1 D 20 M
54 MNESTFRIESE

] £ 24 IR VF[2011]96 5 SCRHE 1 € 1 PR ORI () 1l 5 7% 24 miz 72.0 — m/z 55.0.
m/z 72.0 — m/z 44.0 }2 m/z 72.0 — m/z 27.0. TESERREESH, m/z 72.0 — m/z 55.0 [0 R4
B, ETEEMT, H m/z72.0 - m/z44.0 Al m/z 72.0 — m/z 27.0 FIARJRAS S5, 5k
OAR, AREH e R BUEESK . SRRREBIZINTE ¥, RIF 51k m/iz 44.0 Fl m/iz 27.0
Ah, M miz54.0 CLIE 1 B 23R56,  miz 54 (ASE(S SHAG, EME R (LK 2),
A3 A R R . Rk, ASHIE TR m/z 72.0 — m/z 55.0 Al m/z 72.0 — m/z 54.0 {F R 0
BSFhT

F T PRI I TE AN R] ) SR 1 B b A AN [E) AR R Py 8 IR 82, ARZE AL B0 D7 ¥R 1E ST
AR 51 H m/z 72.0 — m/z 54.0.m/z 72.0 — m/z 44.0 Je m/z 72.0 — m/z 27.0 = FliE P B 74,

AN A DAL AT AR A8 S B i DL EAT 2 4%

72.0

2.3=8

2 pes | 55.0 h
w
=1 1.5e5
L]
=
= 1.0=8
5 0ef ]
=

5.0e5

440
270 ﬂ 540
o.op y T y T t T T T
20 25 20 a5 40 45 50 55 80 85 70
méz, Da

1 REERERNTEFEEE

11 .
&



FkEREE m/z72.0 — m/z55.0

w 1524 4
[=1
2
Z  10e4]
&
5
£ 50000 A 962 12211252 141
= 57. 105 144 255 281378 529 587-£05,6.26 7 24 : i, 1065 1116 Ay
ook i ; 4 . . : ; .
2 4 [:] 8 10 12 14
Time, min
. PR 0 m/z72.0 — m/z54.0

284,403 542 o op 718740 g.g5 10.52 1184, 1238 1277 4373

Intensity, cps
[~
5]
]

150,38 137 232250 3.48,

-] 2 10 12

Time, min

52e4 —
o 5 IR
[=8
S s0es
=
=
T zoes
E
0.0 . . . . . .
2 2 & 8 10 12 14
Time, min

2 finFrtEsE (0.05mg/kg) EiE! MRM
Ve PEERG m/z 72.0 — m/z 54.0 G Pi ab 3
55 FiEGFRM
IR A KRS . AR BERE. BRRILIEE. 2K 5 AR A R,
WEIE, AR 5 At B ot TR AR B UG PO E I B 2 B30 (LI 3D
AR m/z272.0 — m/z55.0

13.68 1420

13.97.,

9.34.9.82 1042 11811258

Intensity, cps
[
1=
2
2

w
=
=3
=
=
c
=z
1=
Time, min
=
;; 4oes 7es PR
=
@
= o.op T T T
- 2 4 [ g 10 12 14
Time, min

3 FAHMAHEE MRM
5.6 ZM4SEE
FEVESAET, BUKE (X) A 2.0 ng/mL. 5.0 ng/mL. 10 ng/mL. 20 ng/mL. 50 ng/mL.

100 ng/mL. 200 ng/mL FIFRAEAR (PIPRIKIEIIN 20 ng/mL), BEFENE, THE R ERLIZ S RS
N
12 (\,l'() Q(b ,Q



HAFREIALL (Y) (WE 3), LLY X X #HTtEmai 5, 45 Rt BiF, &tk
J9Y =0.0385 X +0.0148 (r=0.9999, V& £¥ = 1/X).
#* 3 ARIRETAGERSEAFRNmALL

» | I
N R I A I T T
(ng/mL) (ma/ka) Y) i/i‘;fﬁtb H5HAE | F¥ME | RSD
g
0.02 0.0834 0.1 0.834
0.05 0.212 0.25 0.848
10 0.1 0.383 0.5 0.766
20 0.2 0.813 1 0.813 0.80 4.3
50 0.5 1.94 2.5 0.776
100 1.0 3.89 5 0.778
200 2.0 7.63 10 0.763

57 EEMIAN
BURA /KRS . WESMEESE BRI BRI ML 5 DAFZERMZ AR, 7
FIMN 10 py/mL AObRHERR 10 L, HRIRSIJE, #FE 2 h, HI739KE A 0.1 mo/kg ks
Fedh, SRIE AR AR A BT AT 1A, TR RS B R AR e ZE (RSDD . 4523
(WFE 4 RYTNEEE R
x4 FEEEMIHREGR

R WK MAEEE (mg/kg) RSD
(mg/kg) 1 2 3 4 5 6 P (%)

K 0.1 0.111 | 0.109 | 0.110 | 0.107 | 0.106 | 0.108 | 0.109 | 1.6
HHES 0.1 0.099 | 0.100 | 0.101 | 0.098 | 0.098 | 0.110 | 0.101 | 4.4
a3 0.1 0.105 | 0.106 | 0.114 | 0.109 | 0.103 | 0.105 | 0.107 | 3.5
o 0.1 0.107 | 0.106 | 0.112 | 0.106 | 0.100 | 0.096 | 0.105 | 5.3
M 0.1 0.107 | 0.104 | 0.111 | 0.103 | 0.105 | 0.110 | 0.107 | 3.2

58 BEHEIAE
5.8.1 HWHFE AL

BURAS /KR AR, 43BN 10 po/mL (OARHEA TR 3+ 100 Wi, HRGIRSIE, &
& 2h, HFKES 4 0.03mglkg. 1 ma/kg FIINFREE i, K5 1% A IE R I AL BT VR
ATHRAE, A A 2 PR a5 RO o A P 2 PR ik 6 ) B o A A
6 THHESEAILRSD, 4R (W& 5 K HNKHERL.

13 <



*5 HABRZEERKRER
e WINKF (mglkg)
0.03 1

1 0.0328 1.05
2 0.0298 1.10
3 0.0304 1.02
4 0.0336 1.05
5 0.0319 1.04
6 0.0334 1.03
P15 0.0320 1.05
RSD (%) 49 2.6

5.8.2 H Ik E il

BRI RS ARER, 2B Z A 10 po/mL FIFRHEBTR 5 il 20 Wi, $REIRS]
G, #E 2h, B SS510 0.05 mg/kg. 0.2 mglkg FIMNFRAEE M, ARG % AR R 4k
PO AT, RN . AR R H 4 2 kAT, e 4 K. THE TS
EECPIEN RSD. 455 (W3R 6) RUIHAEHE R1T.

=6 HEBEZEERKESER
M55 (mglkg)
ISR RSD (%)
RIACE 1 2 3 4 T4 °
0.05mg/kg 0.0529 0.0485 0.056 0.0506 0.0520 6.2
0.2mg/kg 0.206 0.203 0.222 0.200 0.2078 4.7

59 REMRE
5.9.1 HWAEMRER

HUOBASKEEIS . AT B BRI K5 MARERZE A&, o
A 10 po/mL FIARAERR 10,100 pb, IR RS 5, 7B 2 h, HIfKEZ 5050 0.1 mg/kg.
1 mo/kg HIIARRE S, ARG 3% SR A AL BT VR AT R E . FE— RN BUGH R
HHEELILRSD. 4550 (R 7 XS ERAE 24h WEARERRE.

%7 HRREMRBER
5 —— — Y » &
Hm ol ok [ W | Bk | i | B | AV o
0(0 /\(1/'\' OOQ.
14 c\,l'g)géb %/'&
o > &
A @)
o
& &
xY



KA

R | W (mglkg) | IRIE (mglkg) | W (mglkg) | W (mglkg) | #KFE (mg/kg)
(h) 0.1 1 0.1 1 0.1 1 0.1 1 0.1 1
0 0.110 1.06 0.104 1.06 0.102 1.04 0.106 1.07 0.108 1.07
4 0.102 1.05 0.099 1.07 0.098 1.01 0.098 1.10 0.104 1.08
8 0.104 1.01 0.104 1.05 0.105 1.05 0.108 1.03 0.105 1.02
13 0.107 1.04 0.102 1.05 0.106 1.01 0.103 1.05 0.105 1.04
18 0.107 1.04 0.101 1.05 0.106 1.02 0.100 1.03 0.101 1.03
24 0.106 1.02 0.103 1.04 0.104 1.03 0.105 1.03 0.105 1.03

P48 | 0.106 1.04 0.102 1.05 0.103 1.03 0.104 1.05 0.105 1.05
RSD 2.8 1.6 2.0 1.1 2.9 15 35 2.7 2.2 2.5

5.9.2 FIIAIASE Pl
HOBAS/KEEIS . WA B BRI B2 5 MARER IS A&, 5
AN 10 pg/mL FIFRAEA R 10,100 P, RIS, B8 E 2 h, HIA39R B2 728 0.1 mg/kg.
1 mg/kg MIINAREE S, SRR AR VA A T VR AT B . R INSE LIk, S B K
H RSD. ZR (WK 8) HilMIERIE 4 RNFEARFFRRE .

*8 HEBREMHAWER

iz Ko i ol % B

WE) | WEE (mglkg) | WRFE (mglkg) | #EE (mg/kg) | WKEE (mglkg) | #EE (mg/kg)

(h) 0.1 1 0.1 1 0.1 1 0.1 1 0.1 1
1K | 0.110 1.06 0.106 1.07 0.106 | 1.068 | 0.106 | 1.068 | 0.106 | 1.068
2K | 0100 | 1.066 | 0.100 1.07 0.100 | 1.066 | 0.100 | 1.066 | 0.100 | 1.066
3K | 0106 | 1.025 | 0.106 1.03 | 0.106 | 1.025 | 0.106 | 1.025 | 0.106 | 1.025
4K | 0106 | 1.045 | 0.106 1.04 | 0.106 | 1.045 | 0.106 | 1.045 | 0.106 | 1.045
“FXJ{E | 0.105 | 1.048 | 0.104 1.05 | 0.104 | 1.051 | 0.104 | 1.051 | 0.104 | 1.051

RSD 3.9 1.6 2.8 1.9 2.8 1.9 2.8 1.9 2.8 1.9
510 RIXKEEKRE (LOD) MRKEERE(LOQ)

OB KIS L A TR BRI B LI B2k 5 AN ARE L AT LOD
1 LOQ ME . HU FIARKESL, MG B I A& 1 PRI, IR elR A kil e, THo
m/z 72.0 — m/z 55.0 PIERE L . 25 FAE DM It s N FE 4 0.01 mglkg B, A5k bL 27 3 (L
4), TEARINIREE )Y 0.03 mg/kg B, (EMELLZ99 10, 2l LAME MLy 3. 10 B IR EEAE
LOD. LOQ, 4% LOD. LOQ 437} 0.01 mg/kg. 0.03 mg/kg. LOD. LOQ jifi/@ (bl
TPAMTEY (2007 4ERRD IER,
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[&]
=1
m
kS

2 EEEE m/z720 — m/z55.0
G 0e4
2z 8.7
- 0.0 i e h . i . T T
2 4 [ ] 10 12 14 18 18
Time, min
400
FAlEEEE mfz72.0 — m/z54.0

200

Intensity, cps

e
4 fnFreESE (0.01mg/kg) EE! MRM
TE: MG m/z 72.0 — m/z 54.0 B S0 T 1 b3
5.11 ERE
OGS /KIS . WA TAEESE . Bk,
Jr A 10 pg/mL fIRRHERR 3. 10, 100
0.03mg/kg. 0.1 mg/kg. 1 mg/kg FINNAREE M,
TG T S EISCR K RSD. &5 5 (L3R 90 [AISCR RLAF S

x99 5 MERAMIREYRE

BRILBE. I 5 DAFFER A AR,
WL, fR¥GIRA, F8E 2 h, HIFRE 5N
SR G H BER R VA VR K AL B T AT R, DU

" S (Y% RSD
T K K EWR (%) S
(mg/kg) 1 2 3 4 5 6 1 (%)
0.03 1106 1019 1074 940 1117 1053 105.2 6.2
7K 0.1 111.4 1089 1096 107.4 106.3 108.1 108.6 1.6
1 106.2 1056 107.8 103.7 106.8 1075 106.3 1.4
0.03 96.7 107.0 945 1006 1045 958 99.8 5.1
TH % 0.1 98.6 100.3 100.7 976 985 109.6 100.9 4.4
1 111.7 1052 1101 107.0 110.0 1085 108.7 2.2
0.03 109.4 969 109.7 972 100.7 100.8 102.5 5.6
=3 0.1 1054 106.0 113.7 109.3 103.3 1050 107.1 35
1 1046 104.4 1052 104.1 1049 104.1 1045 0.4
0.03 1122 918 1059 927 101.0 90.2 98.9 9.0
H 0.1 107.3 1056 1121 105.6 100.1 96.4 1045 5.3
1 104.1 103.6 1053 102.0 103.0 102.7 103.4 1.1
0.03 108.4 1075 1145 1123 102.2 1049 108.3 4.2
By 0.1 107.4 1042 1114 102.8 1052 1104 106.9 3.2
1 103.0 1025 1045 103.1 103.0 1035 103.3 0.6
> &
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AIFHAE, Xt 265 A& EIR 5 R (R s AT e, 455 (1) JERLEIAAFAE W] &
PRI, AT e (R R LD, T RAE POA A v AT AR EREEESR s (2D i T A IR (Y i R 24
NABRIE N 80% (LA 3D, AR AR PY b Wi L) Wiy P A B A2 R S8 1 i P 1 RO 5
SRR HEVE VT RS R SO EE TR i o AR FA I S22 B, AT T 265 SRR i R T
P f P SR UL P 5 R 5 (3)28 HLRE fiy RSt PR I » {ELE2 AN K T+ 0.1 mg/kg (LR 10),
FhAh 1 HETHERE R S I 8.0 malkg, B HREEZIR: (4) b lieR ], Ak
P AT ERAERRIAE . IR g B ELELF (K 5),

1508 1 m/z 72.0 —55.0

1.0e5

Intensity, cps

5.0e4

00 T T T T T T u T T T T T T T d
1.0 20 20 40 50 8.0 70 8.0 2.0 10.0 11.0 120 12.0 140 18.0

Time, min

5.4e4 2

4.0ed

2.0e4

Intensity, cps

00 T g u T T T T T T T T T T T d
1.0 20 20 40 50 a0 7.0 20 2.0 10.0 11.0 120 12.0 14.0 16.0

El 5 HAEFmEIEE

1. WkBENG 2. AAR

Fz 10 28 HHEMNELER
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s FE i 2K M5 45 5 (mg/kg)
1 B E A 5E 0.085
2 RO R Vel 2 ORI B 0.084
3 ) 955 T 0.091
4 (E=1E 0.093
5 B FRLE FE 0.059
6 BSIRSIR 7R 0.061
7 KAMREEE 0.039
8 TR 0.044
9 B LB R IR 5 0.015
10 ) LIRS 75 0.018
11 JLEE [ 5 0.053
12 I H VL 9 0.056
13 W)L 72 0.046
14 EH R 0.089
15 B LIk 5 0.096
16 JLE TS RIS 5 0.057
17 B AR KK B 0.076
18 HHRHEE TSR 0.064
19 WEREE 0.038
20 TEEE W A RIR Ve 0.044
21 Z FEE S T L 0.054
22 EERvSine 0.052
23 MR HH 0.034
24 2 ERH 1 0.063
25 b = BV 0.069
26 (EE-1UE 0.048
27 5 Y 18T 47 0.075
28 YIRS R 0.071

513 HEMWIMmELREAHMRBERENT

AH i SN T AP B D SRR B TR, DT AN T TRE S e i A Al ) DA L
(AR Y, 2 MO AE A it PR DO AR L . 7T RE 2 P 834 JEURE AR et ity 2 B B AR L
TR TSGR BRI i /> KO SR i S RS AR SRR o AP £ H % i 10
PRI R (£ 2000 ALK KRG, 7 EEEAT IR IBE RS 36 B A it — B DR BT B
RIS SR B B2k SRR i, JFRY MBS HE WA
WA B FE 2R 3 LG AR A o

AW TG BORAS TE L S WA RIS SRR 3 FAti f e it R EAT T IT,
EER X 3 b dh UL TSR RRA IR, RIS R (B3 ik, AT s L], B 4k
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Li b, ATPRAT A, BT E RNE BB e B R LR A KR R
Ky B IIBAS I EEIHRE S, AT LSRR BRI TR . TS FE R WA H A
TR J it FE 2 3 R b 1 IR S R AR A NS G L
5.14 IELERITM

WA & S 2 A I Ao e . I TR 29I I BE . ) PRI VA XA 2 A
T R it 25 P 5 R0 R 400 SR G0 77 R BAIE B AR ) (1 £ 24 M ¥ [2010]455 5 30)
(LR 5 BIRHEAT 5 1 VAT T B0

ZE LW, AT 0.02 mglkg ~ 2 mg/kg T FE N TE G R AT, AL 1.0g BT
Mg, ATTERARK HIREE N 0.01 mg/k, K& &R E AN 0.03 mg/kg.

ZUGAE, ZENRERYE . B IR . REVE . IR R, REtE. &®
AT MRS 5 IR AR 503 A 24 WA VR[20100455 5 Chbotia i A2 FH 0 RN B FE 420 SR kG 0 9 56
ERARKTEY 2K,

KT MM B - HOIE P8, BB T 7B AR ) SR K00 BBk FE A0 Hh A7 PR M 17 22 5
VG AT E miz 27.05 miz 44.0. miz 54.0 fE NS B LR T, #5000 5 nARYE SRR Bl
PR T M B DA AT IR BRI R . JRPT IR RORANIZ R

F 11 3 HBAIHELER

Ul EE VA RN Ui P
Ak R4 R4 R4
#EEME (RSD, %) 0.8~1.4 1.4~2.6 0.7~1.2
HWFE%E (RSD, %) 0.5~0.6 1.1~2.1 0.6~0.8
H [E) ¥ % % (RSD, %) 1.2~2.2 0.8~1.8 0.7~2.6
H W fae : (RSD, %) 1.0~2.1 0.8~3.6 0.3~1.6
H el %2 e 4 (RSD, %) 04~29 1.0~2.9 0.6~2.2
R (%) 90.5~100.4 95.0~116.7 97.9~99.2
B ARAS HFE (mglkg) FFEEik FFEEiK FFEEiK
&3 3k

[11  (etod BAMNE) (2007 4Ef50D: 65

[2] Zis, /B, HELE, S BMREI-ATAE - Rl e ot S b TR AR .+
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[3] W7, vedldd, FLEWE, A5 T AHAE R RO e Aot S b T s . H A
2Tk, 2009, 39 (4): 294~296
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