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AR R =R RN E

1 M

AR AEALSE T M 1 P = M WMURE 09 & Bt A4 8 20000 48 5, 5 3 (HIPLC) #0040 60 A i 00K JH 2K (GC -
MS), Kb GC- MS 3 H@iFE.

AprMEE A FREAMM EEEH EA MRS A MR aEE . EPms (TR k)4
=W,

ApiE® HPLC ¥R IKE B Y 2.0 mg/kg, GC - MS MK T B 0.05 mg/kg,

2 MIEES| A

3 3% o B AR PG A bR RS | FIM A A b MR k. AUAETE B MG B S0, JICRE S A Ay
BSR4 ) s TR AE D TR, A, SERD R IE AR X IR0 & I B 9T
REA AR R A . FLEATE HMIMSI R, LB EEEEETaG%.

GB/T 6682 4r#r3ces FK ks fuikie 7 ik

GB/T 20195 #H@iAE EARMH &

3 HPLC%

3.1 &
R o ) = WU = SR LT i M, S L5 0T A TR P R A R [T B R v 4, R
T IS FH P B AR A R RO i CGE TR

3.2 dH5#H

BRAE A AU , DU FE A B R A5 & GB/T 6682 B9 =4tk , (A8 /K &4 GB/T 6682 8k
MHLE .
3.2.1 PPl
3.2.2 ZM:fifsl.
3.2.3 &K 25% ~28%.,
3.2.4 RATMETIcHEEMAERE:60 mg,3mlL.
3.2.5 =WZEFW 10 g/LE 10g =R Z 8K E 1000 mL,
3.2.6 BUKPRIER. IR S mL 8K, EMTF 100 mL HEEd,
3.2.7 ZWMEHR22g/L: R 22 g ZERFAL 300 mL KEMEERE 1L,
3.2.8 BERE0.45 um ATHLH,
3.2.9 HENER-200 mL FE(3.2.1)/UA 800 mL -4, R5],
3.2.10 Mish#H:FREL 2.02 g BEbe BRI 2. 10 g FPIREE 7 1 L AP RIS MAER B ERE. ]
R 900 mL MMA 100 mL ZR§(3.2.2).
3.2.11 = HNUBhaME S (HEE >99%) .
3.2.12 =HEEFLER
3.2.12.1  tRuER AR BRI 100 mg RSB 0.1 mg) (9 = RWUEIRAES , R RMMHE(3.2.9) W&
FHT 100 mL ERE ZHERRIT N | mg/mL, TACKBATLE, HEW 3TN,

1
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3.2.12.2 #pEiE R MEGE RS R 5.00 mL, T SO mL FRRA, APMEN(3.2.9)EHFE 50
ml., % = WG [ % 100 pg/mL, F 4CKBAEE A28 1 A,
3.2.12.3  tRME TOEN: AR S A ST RARE P M 1 mL.5mL.10 mL .25 mL.50 mL F 5 4100 mL
HREN, APEERG2.9)EH, AEM =W X) 1.0 jg/mL.5.0 pg/mL.10 pg/mL.
25 ug/mlL.50 pg/mL, FACKEHETF, HX001 A,
3.3 (s as
3.3.1  ESCH T IO, BTAT AR R 50 R S B
3.3.2 B.#1:10000 r/min.
3.3.3 iREERAR.
3.3.4 @SS,
3.3.5 EoR{X,v[#E % 60T .
3.3.6 PiEFEEE.
3.3.7 RESIER.
3.3.8 &AW
3.3.9 EEHERE.
3.4 ERvE

% GB/T 20195 MOXUE 8l 50k,
3.5 MESR
3.5.1 @AW
3.5.1.1 WA A ES SNRTREA N APEES R MEZES RS (TR =R
B, BB SgiH(M®E 0.01 ), MERINA SO mlL Z#ZMFR(3.2.5), WA 2 mL ZREHFE
(3.2.7). 4, BH R 20 min, ##1E 2 min, B EERBGEY 30 mL ¥ A B0, 7€ 10 000 r/min B
LHL E# A S min.
3.5.1.2 EHEN(E k) S = Bk RIR. RS g AECHTE0.01g), A 50mL ZR, i85 L
120 +/min % 1 h, HEZ. 8, A S0 mL Z8E K L 120 o/min |8 | h. FEZEE, AR RE
3.5.1.1,
3.5.2 B

AU 3 mL PEE, 3 mbL ACHE 4 B T A e B A O, MERR BRI 10 mL RO MUK A,
SRR | mL/min L. EH 3mL KH 3 ml FMSERIES R R FRXREARERE, ik
FI5 K PREFH(3.2.6)3 mL S, SEAMK SOC RS T, MERIA H BIFH(3.2.9), WiER
1 min, it 0.45 um BEAR, EHLNIE ., '
3.5.3 WESEEY

iR E . Cs 8, B 150 mm, 942 4.6 mm, B S pon; BREEREMT 280 €250 .

HE:FE.

PRS0 mL/min.

W - 240 nm.
3.5.4 ME

e B B LA T, OB R B (R BTN RO AR IR 25 R K F 2% , A R B SR IESMR AR
fit, FFRRET = R B (AN TR RN .
3.6 #HRitWARR
3.6.1 WEP =¥ TR X, LR BELE TR (mg/ke) 3R, A ARIERA (1) IR

2
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X = a"!:T(;:;.il” O ——— (1)
A

V —rp L A B RO R, 8 R TH(mL)
As —— = 3 FURCHR AE 3 W0 I ) (1 0 0 T B0 1

A —— PR RS R Y £ 100 1 B R 0
Cs — =R BRSO, WA YA B REH (ug/mL);

m KR, ROk ()

n — BB

XA BOEER Q)R

Ab:
V — LR A P RER AR, s ZE A (L)
C, —-FRMEM £ | #1930 P =R, AN B EFH (pg/mL);
m ——iRFE R, MR 5 (g)s
n — WA,
362 SRETFR
AT E S5 R R T R0R SRR A AT,
37 Efu#
TE [l — 30 % il — M A BRI — (U e B T AT E R EA KX F 10%.

4 GCMS ik

4.1 FHERE
AP =RV M RERN, SRS R AR 25 EAERERE. B N O =P -
BEEE = B Z Rk (BSTFA) 446, LU AR IR T EEAE R,
4.2 wEFf0EH
4.2.1 WEAIAN :BSTFA+ 1% = F BREEHR(TMCS).,
4.2.2 ouikRE.RHL,
4.2.3 HiuiAmAiEE3.2.1-3.2.8.3.2.11.3.2.12,
4.2.4 PRETAR:-FABEESHRBEME CHER3.2.12.3)RKER 10 pg /mL A% 0.5 mL. 1
mL.2mL.SmL.10mL FS P 100mL EREAAPEEE, ZHR=RNFKAEXR0.05 xg/mL.0.1
pg/ml. 0.2 pg/ml. 0.5 pg/mL 1.0 pg/ml.
4.3 (LEF0Q W%
4.3.1 SAEEEERKBL
4.3.2 B4l 3.3.2-3.3.9,

4.4 SHEHR
4.4.1 WUALFE[R] 3.5.1~3.5.2, B SIS GEAR M b = R RUR A O A P MR TS 1R
4.4.2 %4

HU4.4.) R9R8 RS 8 AT STCT . A 200 pl A9BESEF 200 pL MFTA IR (4.2.1),1R 5,
70°C FLAt 30 min, [t , B =S NUBC R o 51 (4. 2. 4) S0 R E A X bR e R) D i 2
4.4.3 WM=E
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4431 GC-MS &%
B HK 30 m, A% 0.25 mm, FRAERRERSRE, BF 0.25 pm.
BACEALHER 1.3 mL/min.
il SIENIN
HERE LT IEEE . 250T
FHE B RGBT 75C 4588 1.0 min, L 30C /min FHEZE 300T , {#4% 2.0 min.
ML M :280C .
&M :10.5 min,
FEREE .60 m/z—400 m/z.
AR . AFERFAM. ENEF 9m/2.171 m/2.327 m/z.342 m/z.
B TIREE . 230C.
El HELifE:70 eV,
4432 WE
SEHE R AR SRS R B R RER KT 0.5% i E T EESHEESHER LT
20% .
SERR A LA 342,327,171 M9 BEBZ AT RARBART SR,
45 HRitMORR
451 ERFPEREEATER X, DRRSBERES T (mg/ kg) 27, LR FRXG)HE:

_AXGCGxV
X= As X m xn

A+

A — T P TR L ) 0 o T o 7 0
As — Z IRV M I 00T 17 %) 65 e T B 0
Cs — M TAER P = AU A, AR MR (pg/mL);
V —— R T A (4.4 2) B, 75 8T (ml) ;

m ——iRE R, BN 5 (g) 5

n MR,

Z erent, ALK ().

A
V —H T PR (4. 4. 2) KB, A R & TH(mL);
Cx —HipRMERMER MG RN = MWBE R T i, B BT (ug/mlL);
m — AR, BN R (g);
n — AT
4.5.2 FITMESRARATHELR, SRGE =688 F.
46 ESH
TR LK% o [m]— Ve A BY (07 (W] — {3038 52 L6 P 1 -4 7 100 5 A ISR 28 R A F 20% .
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DADI A.Sig=240,4 Ref-oM{07052 1\ MEL000O2.D)
mALl 4

lDl.'I'-:

1 0.285

6. 631

L L l' L L) v b L L 'r v T
0 1 2 3

P — P

6 7 min

A2

HAl ZEAEGESEE

SRR bR RSP EIRE L A2,

DADIS996{ 128 mALL-)of MELAMOOG.D

L] I ¥ L L] ' T T T '[
280 300 320

HA2 =REERESNEERE



NY/T 1372—2007

A3 ZREEGESATEYESRTRINELE AL,

RT:6.06-7.77 .
p 6.86 NL:
. 1 48E4
%0 TIC F:MS
85 data02
80
75
70
65
60
gg
£ a5
= 40
=z 35
% 7.74
2 \Flﬁjﬁmfﬂ 136 130 LI A
1 ! - S T, i
10 - L . .
62 6.4 66 6.8 7.0 72 74 16
HA3 ZRENEFARTEDEENTFANE
Ad =EBNEMEYEREFEETLA A4,
100 327.00
95
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]
Eﬂ 171,00
60
gﬁ
50
2 45
§% 342,00
35 -
Em
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2
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