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Al

ARAFAEIRESN/T 0528-2012 T Ar i P B ERUIR B B3 A 7 v va RO (8% — SR itk / ST i vk )
AFRAELESN/T 05282012401, FEASLLIF:

— BRI SCAAE S UE BON B 22 4 1B SR HESCAHE 5

—FRUELIRR “CHOER” SO8 “&df”

—FRUEVE E R “ H e S RBAT .

AHRHE AR bt 1) 5 AR R AT L

—SN 0528-1996;

—SN/T 0528-2012.



RmREERFE
R PRHEEZXERNMNE AEGEHE-FUEE

1 36E

AKRERLE T 8 i b Bk HUIR SR B OR € i - B A I T v

AbEEH TRk, Bk K. N T0E (0D, B, SER. PUE. PEAL BE (), 5%,
B (T 25 ABRL RS B S8 B RUIRER B 2 1000 e FefiE, e & 5T S IREUT .
2 HEMSIAXH

RENSCAERS T A S I R R AR . MU H R SR SO, AATE B A AR E T A
e FLRAEH BRGSO, HEHios CBIEFTA B & TA .

GB 2763 B ZEEFIME Shh R GRKILEIRE

GB/T 6682 43 #rshs: s F /K JUAS AR I8 7 vk
3 FIE

AR R IR B FEEG, Bk E AR AL f5, P VRRE i — B8 IDE T it OO0 8 A IE , ARy

JESS=R
FEE

4 RAFER
B AU EIAh, BrRARFI A aHral, KONGB/T 668281 5E I —2 /K.
4.1 R
4.1.1 & (CHCN) : faitiali,
4.1.2 IECHE (CeHy) o
4.1.3 VKZEE (CHsCOOH) .
4.1.4 FTIKZE4 (CHsCOONa) .
4.1.5 &A4kEN (NaCD : 450 CHike4 h, BH&H.
4.1.6 TKBEEE (Na,SO,) : 650 CHIBE 4 h, Ik TIfasrh & H.
4. 1.7 JoKERIREE (M@SO4: 650 CHIkE 4 h, I TR H .
4.1.8 N-N% 2 —f% (Primary secondary amine, PSA) : PSA3ER}aiAHY, FiFE 40 pm.
4.1.9 +/\kﬁi%ﬁkﬁi%¥é\$ﬁ (Clg) : ClSi/E\*’I'E_E*B%’ *ﬁg 50 Hmo
4.2 BRHEH
4.2.1 KZFE-Z IS (0.1499.9, ¥/ « HLO.1 mL UKESEEIIN 99.9 nl 2K, WRAJE&H.
4.3 IRES
4.3.1 PRHURFRAES: CAS 5. 35367-38-5, 40fEKT2T 96 %.
4.4 FREBRECH
4.4.1  BROIRPRAERE AR AERRREDOE SR RIRARAE S ORI Z 0. 1mg) , H ZIERCHI IR E R 1.0
mg/mL (AR TR, B-18 CUKFEH IR, REM N6 NH.
4.4.2  BRHURFRAE TR MRHE 75 5K bR £V TR R O IR FE (AR ARV, Il FHIR
[

4.4.3 0.005 mol/L ZE4/KVEW: FREX 0.3850 g MRk, FIKBMERS1 L, iT0.45 pm JEMEH
}gao
4.5 #H

4.5.1 PRALUEME: 0.22 um, HHLER.
5 ((EB{FgE

5.1 ERURA B B A = F DURAT B B e, e WS S YR (BSD .
5.2 MR JEE 0.01 g A10.0001 g.
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HIEROAE: 50 mL, RUMER R0 E B2 E: 10 oL, SRS B OE B 4 .
ITER 5%
P RS o
L.
BRI DL
AL
FERTE: FLAE00 2 s
0 AR

HEHESRE

1 iREERE
1.1 KK, EXK. KB, IFE BEHFE (F) « &

HURARERE KL 500 g, B A e i HL A Al AR i 0, TR SRR ANTE A AR Y, BB AR IR

.2 fBE () BF ER. BAF FR. B (B

BUCARFMEFEMB00 g, FIRPWENUNIE. YT, IR RBEER I N, FEIFFRFRIC.
6.1.3 BRI, @A, A, HEHF

FES AR IAERE, 7 TRE] . B 250 g #50EFE F Bl S ML AT R B RR, A ASSE R 2
W 55 VR ARAE -
6.1.4 @A, &fF. &1, BH

HCEARERMEFEANB00 g, BUAT 0 SN 193 5], ARSI, HE I
PRIt
6.1.5 4HEEZ

BURERMEARERB00 g, XFIo4h g Ere S, BB ST H SRS, TE% MR
T, M&TF60 CHIKBHERN, R, FFEMEHRRERS), REAHNERE, THIE NG,

VE: LAERE S U BEALEGB 2763 B RAKAT -
6.2 RHEREF

WIS, R FOH KRR AT R W IR N EHRAT s KE . SRR S B A ARAT, 0
BAHATSERIRG I, TR RORAT s & 65 P S LI 7R AR IR AT

FIREFIAE S CRAZ IR AR, IR IR S5 G sl R A ) & A . BT 3 A N B T i
AN I MAT bR IR . S KRR SRR S5 N 7870 TR T o

7 NESER
7.1 £
7.1.1 KK, EBXK. KE. ME#EBE (D)

FRECS g 6lFE CFERf 22 0.01 @) T 50 mL HZE .0, I 5 mL /KWSS, JiCE 30 min. A 10 mL
IKEFR— NG N 1 g oK LBRENFN 2 g SALEN, TRBEdR 2 min, 30 ‘CIEIR/KIGIEFHEE 30
min J& 5000 r/min &0 10 min, bR 2 500E B IOK R ER AN S HIEE T 50 mL HZEELAEH, TIA
10 mL FH Z AR IEC S, % 5min, §ESE, HEECLEE, 5.

7.1.2 #@F ER BF FE BE (B) | %

FRELS git e CREZ20.01 g0 150 mLEZE5.0 45, N5 mL/KIRA), JE 30 min. 10 mLyk
LW — ZIEWL, ML ook ZERANFI2 oUkAl, IERS2 min, 30 CIEIEKIAHAHREL30 minjs
5000 r/min&5 010 min, )27 WO 25 IS = oK BRBR EIR - IRCEE T-50 mL R ZE .0 R, Rk

7.1.3 BEB%HE (P &

FREX 2.59 PO 22 0.01 g)F 50 mL HLZE B .0, i 10mL 7KIES], JiE 60 min. S 10 mL
VKOTR— B AN 1 g /K LFRENA 2 g EALEN, WRiEdki% 2 min, 30 CHEIR /K AR 30

— O 0 3 O O v W

I S S

o
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min /& 5000 r/min #.C» 10 min, b 25 0 R H0E B IO KRBR IR SHICE T 50 mL B RO, f
1{0

7.1.4 BRI, @, A, HEAF

FREL 2.5 g i FE CRRfE 0.01g) T 50 mL HZES LT . M 10 mL K ZBR— 5w, AN 1g
To/K SN 2 g EALEN, 33)5E 2 min, 30 CIEIR/KIGEE 75 25 30 min J& 5000 r/min £5.0» 10 min, |2
TE O R IEIE B TR BRI SHICAE T 50 mL 2L ZEBLOE H, AN 10 mL H Z WA IE S kE, IR 5
min, #ESE, AEIECKE, FRt.

7.2 B

FRHEC 0.05 g PSA, 0.1gC18, 0.15¢g /KBl e E T 10 mL ISR ZE SO, MR 7.1 Prfs
PREOK 2.0 mL E .08, WEFRIESR 1min, LL 5000 r/min FFEE S50 2 mine B BB 1 mL i
0.22 um ANURFLIER G , AL IAH R — 5 B I 5

7.3 JE
7.3.1 HEGESELE

a) iffE: Cufd, 150 mm>2.1mm (N4E) Fife 5 pm, SiAHYH

b) WzhtH: A (45, B (0.005 mol/L ZFREKIEW . BhEETEMAAMHZ IR A FR AL
c) HFEE: 10 pL;

d) #i&: 30 °C;

e) ViiE: 0.2 mL/min.

7.3.2 RikSEEMG

a) TR HEmEEE TR (ESD;

by T AE TR

¢) MR ZRMNEEN (MRM);

d) W EsFxt: BEEF 308.9 (mfz), 5 B 75 308.9/288.9 (m/z); &M & 1-Xt 4375 4 308.9/288.9
(m/z). 308.9/92.9 (m/2);

e) HEFIESH XM IMF AFR A2 A3,

7.3.3 TEEME

YRR P AR & &, 1WA AR AR & AT Bl b o AR B th iR
P g SN2 22 ALAEAX ARG ) R PRV BRI P o AR IR ARV S BRI RR S Al e RN 2 - 2 BB 3R 5%
PER, BRERORBE R 209 7. 51min. VU 35— 5 5050 B & i A B Gk B 2 LI BT B. 1o

7.3.4 EMME

IR L3R I E A i AER T o, R it AR U € e R B IS 1) 55 Y ot T 2 ) P B ] i 22 S8
—EL SVFmZE/NT2.5%; JF HAENERE SR MR E L, B e VR T RO R R S iR R
[FIRE SR AT T AF 2 PR AR E FAR L, BOR SCVFARRH I ZE AN 26 1 A ofe RV B, Um0 i ot e
AFAERT NI o

x1 EMHIEFENBEFFEENSRARITRE

AAXTERE (i) >50 % >20 %% 50 % >10 %% 20 % <10 %
TV BIAR X 22 +20 % +25 9% +30 % +50 %
7.4 ZTEIE

BRASIARESS,  $4% R 2 20 BRAEAT
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8 “#HRitEMFE
F LC-MS/MS HIEdE Ab BB F i d% Rl (1) H5RFE R B IR & &, TS RN 2 A .

AxcxV
X = o (1)
Ay xm

2

X——AFE R Bk &, AN ROTRET 58 (uglke)s
A——FE I B ERIR (14 T A

C— bRk TAR I PR SUIRIREE, SR NN s RF 2Tt (ng/mL);
V—FE IR A8 AR, AN T (mL);

As—RAE AR P B UIR e i A 5
m—FE I R B AR B R, SR 5 (g);
e WHEE RIS A, WE SR HTIE MEA T EER, R PR R

9 WEE

9.1 FEE GV T IRAF I OIS I E 25 SR 4t 205 5 AR IE M HE CH5 , RFFE
SKDAJEK .

9.2 FEFHIUIELLE N3RS R PRSI E 45 B4 5 2 5 HEARTFHENE (F0%) , NAFEH
X ERENK,

10 EERFEYWEE
10.1 EEIR

AIERBRHEIRTE SR Tk K. A TEAEUDD . B R, TUr. AL B (),
WEE ) E RR N 10.0 pg/kg, WL BN FERL BB B () o REEER N 20.0 pgkg.

10.2 [EgER
ARIFVFEAEAFFE T R 10~500 pg/kg IR FEAKCE LRI IR N 65 %~115 %, $diZ WL 3% C.
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FHARET (GSD
AR (CURD
HiBh<UEJ) (GS2)

B} 1) /min Al% B/%
0~1.0 40 60
3.0~8.0 70 30
8.1~10.0 95 5
10.1~15.0 40 60

= A2 FRiLEH
e SHE
W5 L (1S) - 4500 V

45 psi (A=)
10 psi (&0
50 psi (&%)

BFIRIRE (TEM) 500 C
= A3 BRI FHF
o 2 = . ftE=EAN  REEWS CERp
e BEF FEF ERHEE fHERE 16/ 18/ o} EZReta])/
(m/z) (m/z) V) V) (msec)
V) V)
288.9* -15 -6 200
92.9 -70 -8 200
*BETRTE=E

1) AERLEE B Bk A BB SHORAEAPIA000F 14X 5E i, AL Z H 6 A A Y 54
N T RMSE, AW LENLE I, SOARHERE I #E SRR K e S s .
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B4 s BEMRM, ESI—

3000 T
E3
@ 2000
o
=
£ 1000
w
I
0 - r v T S y
1 2 3 4 5 5} 7 8 9 10 1" 12 13 14
Time, min
Mas. 3020.0 cps
3000 7l
= 308.9/288.9
T 2000
2,
Z
£ 1000
w
0 T T T r T T T T r T t T T T
1 2 3 4 g B 7 8 9 10 1" 12 13 14
Time. min

sda 'Aysuau
o @
o o
o o

308.9/929

Time, min

Mazx. 1130.0 cps

EB. 1 BiRFREMR (0.01 ng/mL) BEENEMN (MRM) fitE
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Mt & C
(BTRHMEB3R)
A [ F= v Bk e AR B i = g 3

RC. 1 RINKER B REE

FER AR IR/ (ng/kg) L& AL
10 73.3~82.6

P/ S 20 70.5~101.5
50 77.2~107.1

10 72.4~815

EV/S 20 75.5~106.4
50 71.0~95.1

10 68.5~81.2

NG 20 67.2~90.5
50 70.5~95.7

10 77.3~875

Nz 20 71.5~90.6
50 75.3~94.1

10 70.1~85.5

wE 20 72.0~98.7
50 73.5~86.2

50 85.6~107.6

PE¥ 100 87.2~115.4
500 79.5~109.5

50 86.3~115.5

B 100 82.4~107.6
500 85.0~109.2

10 75.3~89.6

[ilas 20 85.0~103.5
50 82.6~105.5

10 81.2~94.8

HA 20 75.0~112.8
50 72.4~102.5

10 72.1~101.5

s (f) 20 76.0~87.6
50 71.2~94.6

10 75.0~109.2

e 20 81.0~106.8
50 80.5~105.5

20 90.0~108.2

PEI| 40 85.2~96.0
80 82.0~105.7

20 87.5~102

Sl 40 89.0~98.5
80 80.0~103.7

20 92.0~100.0

R 40 93.8~107.5
80 82.5~102.7
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20 85.0~114.2

i 40 87.5~105.3

80 78.6~108.5

20 65.4~92.1

B () 50 77.2~87.6
100 70.3~81.6

20 70.0~85.2

% 50 68.8~87.4

100 72.3~85.0
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M % D
(BSEEMIR)
IWERAEETHEKR
*D.1 XWRAFEIHER

BWASEE BEE
mg/kg %
<0.001 36
>0.001<0.01 32
>0.01<0.1 22
>0.1<1 18
>1 14
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Mt RE
(BRI MEHER)
T =EFINMEER
F E.1 L= EHFIMEER

HWASEF BEE
mg/kg %
<0.001 >4
>0.001<0.01 46
>0.01<0.1 34
>0.1<1 25
>1 19

10



