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AR =REBRNNE

1

AARRERLE T WSE FS o = RN & B R 8080 R ik (HPLC) S8 €. 75 Bl Bk FIiL (GC -
MS), 3 GC- MS M HIEL
AR AT RSN RS BRI BR S ﬁ%ﬁ:ﬁﬁﬁﬂ EYER (TR +

ERFEONE,
A HPLC B EE B M 2.0 mg/kg, GC - MS LB {EE 2R 0.05 mg/ke.

2 RIS AXH

TR ESETARERN S HTR AR RN &K, LEEB s A, KREEFE
MBECR (R RN AR REIT IR E A TR, R, é&ﬁbiﬁﬁﬂiﬁ?&ﬁﬁwﬁ)‘m%ﬁﬁ%
RETEAXE XA BRFIRA. LERRE QNS XS, KRB EAEHTARE, -

GB/T 6682 4#r3LisE FAMMARR &

GB/T 20195 shiptad HEEMHE

3 HPLC*

3.1 Fa ' _
EAE P =R A S R R RR R, BB L5 2R 4 B R T3 MR, Ye iR
Yk T )5 M R R R, RSO G DGR AT I .

3.2 AFSHH
BRIEBFEHE , (UE AT RN F S GB/T 6682 =K, B FAKEE GB/T 6682 —%K
IRE '
3.2.1 WE. 6%,
3.2.2 Zhk:ti%ss,
3.2.3 SK:WE25%~28%,
3.2.4 REBMETXEREMEFERE: 60 mg,3 mL,
3.2.5 =W 10 g/L.FRE 10g =HZ MK ZE 1000 mL,
3.2.6 SAKFERW:BRSmL 82K, BHET 100 mL FRES,
3.2.7 ZM¥HM22g/L: TR 22 g ZEM4 A% 300 mL KBRS ERZE 1L,
3.2.8 WM:0.45 um, A AL, "
3.2.9 HIEEPAW 200 mL FEE(3.2.1)0A 800 mL —4&K,1R5,
3.2.10 WzhiH . BREL2.02 g BEAEBRBRGAF 2. 10 g I EIE T L L AR, ﬁiﬂ%ﬁ%ﬁﬁ%ﬁﬂﬁo B
EIEW 900 mL HIA 100 mL Z.J&(3.2.2).
3.2.11 =BERATER (BE>9%),
3.2.12 =ZRMEGARK
3.2.12.1 ARYEGEAW BRI 100 mgOFHR 0.1 mg) = kmﬂfm&nn,mﬁr@ﬁws 2.9)BWHE

AT 100 mL R , ZWBIEFE N 1 mg/mL, F 4C KB A, HEH 34 A.
1
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3.2.12.2 FRyErhiEl  RER S 5 5.00 mL, F 50 mL RN, AP ERB(3.2.9) 25 E 50
mL, BN = R U A N 100 pg/mL, F 4ACHKBALAF A5 1 MH .
3.2.12.3 RETVR B S5 BB AR A 1 mL.5 mL.10 mL.25 mL.50 mL F 5 4100 mL
AEREA, FERERG2.9)EX, ZRBR=REEKERN 1.0 pg/mL.5.0 pg/mL.10 pg/mL.
25 pg/mL 50 pg/mL, F 4ACTHKBALAE, A 1 Ao
3.3 (L@5e®E ,
3.3.1 BMBAR Y, A R RT3 s R SMO AR .
3.3.2 B.LHL:10 000 r/min,
3.3.3 REBEHR
3.3.4 HWAEBRER.
3.3.5 KL, WERE 60T,
3.3.6 RBEMHEBEE.
3.3.7 ®mESFS.
3.3.8 RARES
3.3.9 MELMEK.
3.4 R@HE

IR GB/T 20195 A3E il &R,
3.5 MESR
3.5.1 #K _
3.5.1.1 BRI RGN SEIATRA AN A EE S ENRER R (PR P RN R
B, BRI S g R E 0.01 g), BEFIMA 50 mL =HZ BB (3.2.5), WA 2 mL ZRBHEHE
(3.2.7) . 185, B 20 min, #1E 2 min, K _EERBMELS 30 mL ¥ AR L, 7 10 000 r/min B
OHLEBL 5 min,
3.5.1.2 Fedtais (sl ) h SEREURAIRR, KIS g B ORBZE 0.01g), A 50 mL ZBE, HK L
120 t/min #5385 1 h, F=Z 8, BEMA 50 mL Z.8, B L 120 r/min %% 1 h, FRZ 8, ARLSRM
3.5.1.1,
3.5.2 &t

48iF 3 mL FRY, 3 mL 7K TG LIBA P A T30 e AR A HURE , e IR 10 mL LW K EAE,
BN BEFE 1 mL/min A, T 3 mL KAl 3 mL P EES:SRIR A B PR X BB A IRAE, i
FIE FIEUK F BT (3.2.6)3 mL $eil. BB SOC ST, U A P RORH(3.2.9) , WIEIRT
1 min, it 0.45 pm M, EHIIE,
3.5.3 mEaNES .

L G, K, HEE 150 mm, AR 4.6 mm , BIEF S pem; BRAEARA RO BIEEE

iRl

W EHAHRHE :1.0 mL/min,

W P : 240 nm,
3.5.4 WE

B FRAR B E)AT B, B AR R R B N AR R EAR AT 2% AR E AR IESMREE
B, HRNRE N b = TR W R 7E T A il RS Yo
3.6 HRITEARA
3.6.1 REPSRIENEE X, URRMBERETR(ng/kg) #R, AAREZKX(DHH:

,
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AP
V — LS DA B R EEAARBY, B 2 h ZEFH(mL) 5
As —— ZREUBARHE R WOV R i £, 3250k 87 FR 0 4
A ——ARERE O I R -E5, 1 e o AR O 1
Cs — =R BN AR E , A AR 8T (ug/mL);
m —iRFE R R, AN AT () ;
n —MERREM.
ZEBRIEHRERQ)IE:

A
V — LR IA R P B AR, A ZEF (ml) 5
C, —iRvERnLE 2R At vh = R AU IR BE , B A T BT (pg/mL) 5
m — AR R, BN ()5
n —RBHH.
3.6.2 LRERF
FATREERARARFHERTR , SRR E =BT
3.7 ESit
T )-SR 2 oy A — 3 AE A R A A IR — (B8 SE AP EAT R UMM RZE AR T 10%

4 GCMS &

4.1 HERA
AP R A SR RNRER, 2R 48 R T R EHRRERL, A N, O- U= -
BEE =2 Bt (BSTFA) i b, LS ARG TSR AT e T &

4.2 AWM E
4.2.1 fi44LEH): BSTFA+ 1% = B REEES(TMCS),
4.2.2 ke ARBEE,

4.2.3 HAERMENR3.2.1~3.2.8.3.2.11.3.2.12,
4.2.4 HETER. ABHRESSIREBAAET/ER(3.2.12.3) FKER 10 pg /mL mwm 0.5mL.1
mL.2 mL.5mL.10 mL F 5 4 100 mL F&MRA, AFBEER, ZBR=REEKE R 0.05 pg/mL.0.1
pg/mL.0.2 pg/mL.0.5 pg/mL.1.0 pg/mL,
4.3 (E@EmiEE |
4.3.1 SAHGHEHEHN.
4.3.2 Hftk 3.3.2~3.3.9,
4.4 HHHR v
4.4.1 FyAER 3.5.1~3.5.2, EFRIBIHR = REUR A P EBEHTTE LR,
4.4.2 &t
B 4.4.1 R EBE R ARSKT, A 200 oL B0EBEF 200 L A9AT 4R (4.2.1),1B 9,
70C R AE 30 min, R, ZIEFBATHER S (4.2.4) SRR E B R AR EBRI BT o
4,43 WE
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4.4.3.1 GC-MS#&#
@ K 30 m, 942 0.25 mm, PEXEREESERE, BUF 0.25 pm,
R AKX, WHERF 1.3 mL/min, '
HERER 1 pl,
BERE QRBE :250T
FHERF RIBBEE 75C , 88 1.0 min, A 30C /min FHRZ 300C , fHF 2.0 min,
fmLR B :280C
iZ4784E] :10.5 min,
FHE N HE :60 m/2~400 m/z.
AERA SR TEHE. KNET 99 m/z,171 m/2.327 m/2,342 m/z,
BTFRIEM:230C,
EI EE$i88:70 eV,
4.43.2 ME
EHEH B R ‘ﬁbs&nnﬁmﬂij BASH RERKF 0.5%, FIER T EESHESHERKT
20%.,
SERTHE A 342,327,171 199 B R ZMFTHEARE /R ECHE .
4.5 HRitATWRR

451 EEPF=RFENSE X,URBSEERE T (ng/kg) TR, ﬁﬁ&m&ﬁ(ﬁl)ﬂ‘ﬁ

X_—AT:;%, g eeveeeestesssesnteeiiiteistessraasasennnsens (3)

A
A ——BREE R L 65 S MR T BRI L 15
As —— = FRAUBF VI WO Do ) 45, 7 o o 5o S
Cs — ¥ LM b = SRAUR SR B , By H e B RTH (ug/ml) 5
V—FAFRER A (4.4.2) B, A 9 REF (mL) ;
m — AR, BN ();
n —WEEH.
% RBHERS, ATAAK(4):

KA
V — TR R (4.4 2B, BN ZEF (vl )5
Cx —HIFEHRNBNERP=RENTE, ¥ﬁ‘l§~ﬁ&%ﬁ%ﬂ(#g/ mL);
m —ER, BN ()
n —RBRAEH.
4.5.2 VITMESRARREHEERR, ERRE=MHBEF .
4.6 ma
7 A — 3y 38 e A R B — DS S AP AT RS RAESH R R A T 20%
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B R A
(BB %)
=R AR R
Al ZREUEARECEEREA. 1,
DADI A,Sig=240,4 Ref=0ff{07052 A\MEL00002.D)
mAU =
] «©
100': Y
50
] &
4 o
0 1 ¥ L r
.50 1
-100
e T T v T | T v
0 1 2 3 4 5 6 7 min
A1 ZRNERGFEREE
A2 ZRFEGRERIEGEERLE A2,
DAD],5.996(128 mAU,-) of MELAM006.D
mAU A
120
100
]
80 ]
&
-
20 -
0]
T T 7 T L L S B R B LML RN NRLNLENL AL LN N
200 220 240 260 280 300 320 340 360 380 nm
HA2 =ZREBRRIMERE
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A3 SRR YR T O L A3,

RT:6.06~7.77 _ 6.86

Relative Abundance
3%

6.58 6.68__6.70

7139

NL:
1.48E4
TIC F:MS

7.74

62 64 66 68 72 12
A3 ZSRNERFERITEWEERTFRER
A4 =BEENEYEESTRIEELE A4,

65 171.00

Relative Abundance
W
W

74

76

327.00

342.00

100 T 0 T 200 00 250
m/z

A4 ZRERITEWEERTRRE

300






