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1 EH

AARAERLE T AR B AE 2.3 (HPLC) U AT S A 233 B % (GC-MS) U E A b 3 B b 2 W
5 E GC-MS B PR L.

AEBRTES WA ESHENTESRHAGTERE R ZHNIE., HPLCENRBEREHE R
5.0 ng(BUAE 5 g I, BRI R % 0. 10 mg/kg) ,GC-MS =BG KB X 0. 25 ng(BUEE 5 g b, B &
M FR A 0.02 mg/kg),

2 AEHESIHXH

TR FFOE S RS TR AR ERN &R, LEEASWSI A8, KGR A
BN (AEFRERNAD BITRE RN ER TG R T, SR IEREEE RIS TR
B A{ERXS X HFNREFREA. LEAERPASIAXE, BEHEAE R TARRLE.

GB/T 6682 Zrfr3c3e = RI/KHAS F1iL 38 75 B (neq ISO 3696)

GB/T 14699.1 /fa¥l R&

3 A% 1.HPLC &%

3.1 R
CASEF AR R R B LRI, 2% RS, W B R, 75 HPLC U 4 B

I-_.J

ME.,
3.2 AR

ERIAE S A UAEH L TE S R (U8 R B0 AN A A 4 93850
2.1 7K,GB/T 6682 tH — 4%,
2.2 =EHE,
2.3 HipEE,
2.4 FEMPBHc(NaOH)# 0. 45 mol/L]:18 g S E/LEIE T 1 000 mL K H1,
2.5 BifE:85N.
2.6 HPLC izt . VUK @B 2. D+V(ZIE) (HETE 0. 45 pm B =65+35, BRTHEA K.
2.7 FBEWERRERR
3.2.7.1 AEBW - HEWFRE 100,00 mg EE L ZARHER (& CoH: O,N;, A720F 98.5%)F 50 mL &
BT HFBEQ.LIOFER FEREEZE REBAIETERASTEEELR 2 000 pg, EFkEP. 3
B4,
3.2.7.2 IHEWR .- B BB EBE A (3.2.7.1)500 uL, HEE(3. 2. 3)EAF 50 mL B,
ZIBBABERASAEHR 20.00 peg, BT IKEHER
3.2.7.3 R - ABHEBI T/FERK(3.2.7.2)1.0,2.0.5.0,10.00,15. 00 mL F 50 mL B &,
UHEBEGG.2Z2ORBER. ZNHNEBERAF P EED L Z AN K E N 0.40,0. 80, 2. 00, 4. 00,
6.00 pg/mL, EHFFIKATEH.
3.3 {{/HigH
3.3.1 LBREHAMNBRE.
3.3.2 r¥rRFRE 0.0001 g,

G W W W W W W




GB/T 20363—2006

3.3.3
3.3.4
3.3.5
3.3.6
3.3.7
3.4

¥ GB/T 14699. 1 FE:RH
L. Ra. EAERESYT . REEH.

3.5
3.5.1

HEGE B (AR S ¢ MR AWAER 2 @ 57 ZE 0.0001 g, &
HH !jJHA 25 ITJ.L #%E
A EE ERBERK,.SHF

=HH

K

1R 25 o

BE=F

Sy W3 1150
Fett 78 & 2% .4 100 mL. 200 mL EIE M.,

e SR

AR &

SHTR
R HL

3.5.2 SRS

BEL 50 mL =B
CFrEw, R 10 mL S EALAER (3. 2. 4) ,EME%E} ')
bR 10 mL = R ERGE =R, FRKA

R

i1

3.5.3
3.5.3.

ol %E
1 ER

_'l.

=

Pl 25
ﬁ%@ﬁlh

0.45 pm FIEEE L, EW LALLM E )
3.5.3.2 HPLCUESHIRTE
_J],E[E Clgﬁ pﬁ 250 mm, F’q*f;c_ 3.9 mm,ﬂ

BER;
WM V(L) +VK)=35-+65( N

B B A Cmﬁﬂ&{u%%ﬁf

#1100 ml..

mL .

- FE SN UV R R RS

P BUE R 20 500 g, kSR 22 100 g,

(3. 2. D KA, FIEE 28 LB 30 min, of 38, IEHER

EHRA=ERRER S

100 mL.

JEsk R A A LT R

CysHig R RAEPERIA 1. 00 mL~2, 00 mL(V) FHEL(3, 2. 3)
B 2R R (3.2. 7. 3347

-y

14~

3.2.6);

W 1. 0 mL/min;
Rl a8 . UV KB 2 sl TR ERES R Bl 25 5
EW&E:ZIO i ;

L

B .20 pL~50 pL,

3.5.3.3 EM.EEHFE

JETE
FE B FRE
ﬁ%ﬁ% : iuﬁ'lﬁ'.%m% H

gk Rl it
G R 5 AR S Y SR E

(75

3.6 SHWMERRER

3.6. 1

AP E

A

X—lFEdERE

3 i A) 2 RS 38 AT R AR

i 0 B T

=
D’ﬁla'—‘ﬁ( A A
L, RN SRHELE

o2 SRR (DR

100

]
) /lf,’l‘ —

g 1 Pm,ﬁ?@fﬂﬁﬁﬁﬁﬁi

X—~——><—-—><V

00

B R A R ZHRE, .

T L S R YN T T (me/ke) s

347 R T R (g 5

m,—— R AR B R BT & (3. 5. 1D, A A ()5

B AZEZEF(mL),

T

PRI (3.5. DEF 200 mL BB LEE R ERH A K433 3.6) k7
{852 (3. 2. 5)ARALIA pH2~3 5 NI
=S HEETE A 150 mL F LS

[ 371 K i e

J%ﬁ !ﬁﬁ 0. 42 IT1I1

21100 mL EE=HFR

o FEPEJ M 25 mL

- 50°C %%

R IRTE B

—

B 5 I 2 0 i 2K B L B B AP K YL
E@{%“*’”HTH&J:)G

2

¥

oo { 1)
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3.6.2 GMAMEEGREETETNE, DB AR EHE AR, B8 S AR,
3.7 EEH
A EEEAGTHEANERECIIRERNAN EZHEFARTFIH AN EHEOERTHHELY 20%,

HA B AR
73 2. GC-MS 3% (%)

LAKF X BT E R 200 & LA BT 5% HRTHR.

4

4.1 JRIB

AL ST e e b
2 AR

Hb &8 o 22090 R R AR R L 1R GC-MS K £ 43 B V2

2.1

e E L)

il

u"l

HPLC &7

1 3.2.1~3.2.5,

4.2.2 =F
4.2.2. 1

AL ZRAERE
it 85 W .2 000 pg/ml.,[{ HPLC B:v

1 3.2.7. 1,

4.2.2.2 THEW:20.00 pg/mL,[d HPLC $:+ 3.2, 7. 2,

4,.2.2.3 HEZRFN . HAMEBBERSSNBER TER 4. 2.2.2)125,250,500,1 000.2 500 L. F 10 mL
EERT CRAYEG.LIORBEST GIFERFIPEE L Z AN E 2580, 25,0.50,1.00,2. 00,
5.00 pg/mL, - FokKFEHFFH.
4.3 ZF.&F -
4.3.1 HRBRiFERER HPLC 3 3.3.1~3. 3. 6,

4.3.2 GC-MSHEAN EAHREEREN TR BT
T 2%
4.4

Hj

SHGENRAR FRHES TR AR

e AR
[[] 3.4,
4.5 ST T
4.5.1 32E
[ 3.5.1,
4.5.2 B RRGE
& 3. 5. 2,
4.5.3 WE
4.5.3.1 BRE
@ 3.5.3.1,
3.2 GC-MSHESHIETE
S AR BRSBTS

4. 5.

otk SE-54,K 30 m, E

# 0. 25 mm,EBEE 0, 25 pm;

—

E
=

L T
= "|

(99, 999 %) ;
. 100 kPa;

2X
i
i

2

3
EI JEH

£ 1 {3 BE
i LEl:l ,U.Lmﬁ'ﬂﬁi

2R 120°C4R%F 1 min, P4 20°C/min B EE
3?%f5‘ﬁ%:70 eV;

F%fﬁﬂ}

OB
EfIT

:260°C ;

F &2 260°C,F 260°C{RFF 15 min;

.

. 200°C ;

. 250°C ;
90, B

60 AMU~250 AMU;

# M FE R 2 min;
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FEIE i ME .m/z Oy 89,117,204 .232,

4.5.3.3 EHEEFZE
EYEJT % A 5 1 4 & BT 1 R AR 0 Xt HH’TF‘.%%T)‘(’:: 90% .
EERITHR B Z AR EHEHEERE

4.6 HHMERNFTR

4.6.1 EFEEEZHIEHENRNOIHH.

_m 100
X = >< 5 X v (2)

—ttj.
X— P EBZNER, B NEZERET T (mg/kg) ;
m;——GC-MS 535 85 0 [ B0 b 9 2 B L R B BT & . B A e () 5

m, PRI IR R R (4. 5. D, AL R 5 () 5

V—ERRERNEARERL B NEI (L),
4.6.2 HMEAERWOEAEITRITHE, UHBERESEINESER REB=ZFRFE.
4.7 BEMH '
EEEHZHTHEENFRE LI AERNENZHEARTXFE N EHENEREHEB 207,
DRFEXHEMEBENBEREES 200850 A BT 5% HETE.

I
Bt BHR4R
458 . 155066 « 1-28134
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