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FLEFAH mP =R F RN E

1 SEE

AFRUERLE T 70 B FUH A b = ZR Uk 1 e v

AR UEE 70 B FU A b = JR U )

AR OB (i e A H PR R 2.0 mg/kgs R RSOBUAH (8 1% - R BE IS V2 A HE R by 0. 01
mg/kg; AHEE- IS T BEALHIBE Y 0. 05 mg/kg.

2 HeEsI A

NSO A I I AR RUE 5 T R AR HE R Ko L IS L e, JEBE S BT i
EBUR CAUFTEIR N ZE BUE T ISANE T Abstk, SR, SRS A bRk R B & 75T
FE A AT P I ST (R T RRAS o NS AN H ISR S, s oA & T At

GB/T 6682—2008 34155 4 HI /K FiAS M5 7 V%

3 AKBFEX

NAUARTE A SGE FH T AbRAE
3.1

e

SRR UV (3R FL AL A 2 JF0RY, £ 0 T il B 5 Bl £ i o ASKRUE AR B FL A LA
BT GRwiFl. K@izl BT, BT « FUMZE (BMe3UB. BEIRZUR . 4 b SLp R ik
FUBY . B4 LFUR . HARE TR « SRR RFLIE (R PRI MR nbaRL . I
BT < FUIEHEZE CRhah. Wi oKD  TERSE URTEE FHTR « FLUKEHRSE (1L
UKL FLUKO FIHABFLEI IS CFREE . FUME. FLER . IREIEERMD %

F—% SRREEIEE
4 [mIE

DRELI IR B Sl DB A ILIEAS BN, 28 R OB (e , AR O B I ) AT ER A1
RSO R 1 AR A VS T AR BEA T 2

5 RXF

IR TG, BRI A RES, BTl AKhGB/T 6682-2008H—Z HI7K, MR 7K ¥
o
5.1 THEEAKMIR .
5.2 ITER.
5.3  SELERATRN: S RGO A R kR
5.4 4Jf5: il
5.5 R,
5.6 60 g/L /K MR: I 60 g ik KIMRHKERS 1 L.
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5.7 0.1 mol/L #hfR: HIHX 8.3 mL ¥ /KFBE 1 L.

5.8 ZETW: FTBEIRFNE LN FE Y 10 mmol/L.

5.9 —REMEARHEMS: CAEERNT 99%.

5.10 AR PRI SR FUILPRIME S 0. 01g (HERAZR 0.0 001g), HIHEERCHI A FEA 1 mg/mL #5
A £

511 AriERS: FbatfEft &M 0. 1 mol/L FhIRE LM FE S 0. 25pg/mL, 0.50pg/mL, 1.00 pg/mL,
2.00 pg/mL, 4.00 pg/mL, 5.00 pg/mL, 10.0 pg/mL [{) R FIFRAER R .

a

6 1\::

PR RO i, B AR B B ARG DU B S M 25 o
R JEFO0.01 g

SHTRF: IR0, 0 001 g.

O EOHL: FIE>4 000 r/min.

P P IE VRS o

eI A o

b

7.1 ESHH S

FREL 1.0 g ZA47IRFE (HERGZAE 0.0 001 @), A 0. 1 mol/L £hFRZT 15 mL, s, A4 30
min G 60 g/L LK% 6 mL~8 mL, H 0.1 mol/L MERZE 25 mL, BAJGFEL, EiERL
0. 45 pm MFALIEML I I8 5 EFE .
7.2 ®ESESSE (BRI

FREL 15 g ZeA7i0FE (HERBEE 0.0 001 @), A 60 g/L fifi /K 3 mL~4 mL, F 0.1 mol/L #Hf%
SEAAR 25 mL, WA EL, RIHWE 0. 45 pm FALIEME T I8 5 ERE .

o o o o o o
]

(=2 BN S B

~

(o]

WE SR

BiLEY
tiEAE: ODS Cg, 250 mmX4.6 mm, 5 pms
WENAH: ZErPil - LJE=85 1 15,
V. 1.0 mL/min.
Fedl: 40 C.
W 240 nm.
IR MU, PR S B AR AR 2
M7E
2.1 kRS FI &
B brifE 2251 0. 25pg/mL, 0.50pug/mL, 1.00 pg/mL, 2.00 pg/mL, 4.00 pg/mL, 5.00 pg/mL, 10.0
pg/mL 73 ERE 20 pL, LA IR AR, R REARFRAE I, IV EARE k.
8.2.2 H&milZE
& B IR PR CEE AR 20 WL, BEATVROAH (i 0 BT o AR DR B N TR) R 58 SRR i s 1, AR e
TAREAT 38 F o = B WUI IR AR UE (3% BRI 1 LI 1 ] 2.

© © w o o w
O NN =

© o
N
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0181 0.60
0.557
0167
0.501
014
0.457
012 0.40
010 0.357
<D( ool 3 0.30
0.257
0oy 235.9
0.201 :
004
0.159
002 0.101
Oﬂ}ﬁﬂ(w 0.05
002 0.001
"0 40 60 8® 1000 1200 140 1M 22000 240.00 260.00 280.00 30000 320.00 340.00 360.00 380.00
?2? ??
&1 FREREE B2 =BERXILE
9 ZRitE
9.1 &
b e e i A N . )
W =R FE & & (mgkg) 1% (1) &
CXV
X o (D
m

A X—Fei P =RE S 5, me/ke:
C—MArHERZE & &&=, pg/mL;
V—EZHAA, mL;
m—FREE, go
ﬂFmﬂ% R BB R R, SRR =7
9.2 BE
fﬁﬁ@%ﬁﬂ: AT P ST I 3 45 R R 4iont ZE B ANG I AR ) 10% .

FE SYRERIE-REKRIEE
10 [RIE

ﬁi‘iﬁPZH"gkﬂﬁ%Z,E TKHEORE PSS, MCXFETAHAC UL 4k, e RO il A CHRC AR e (4 AT 23
BT E R R

1 K5

JIETR TG, B A e s, B draiilil, K AGB/T 6682-2008H1 —Z K, I KE
o
1.1 HEE,
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11.
11.
11.
11.
11.

L. ket

IR Lgiat,

IR . hghal.

1 mol/LEFR/K¥VR: =H90 mLik®e, hn/K%1 000 mL.

0. 02 mol/L H i /K5 : pH=5. 0.

1.7 SUKTEERR: BHG mLEUKEM A 100 mLH g,

1.8 —REArEs: CAE=E=99%.

1.9 = RFEARMEN 2 HERIFRE100 mg CRiFAIZ0. 1 me) M) =RFUILFsUES, H QAW ® (7
D3 WAERT100 mLARM, 1%EIRE N1 000pg/mL.

11,10 =ZRFURPRAE TAEM: 20 ) A B B = R S UAR I 269 (11.9) 1.0 mLAT10. 0 mLJ-100 mL
R, HOEKER (21 8) BHZRZIE, bk TAERIKRE 2010 ng/mLF100 pg/mL, LA
AL .

0 N o Gk~ W N

12 {825

121w eR ARt - B IBE IS G HEmE 25 21U (ESD
12.2 R J&H0.01 g.

12.3  JpHrRF: J&E0.00 001 go

12,4 mid{GH 0L (15 000 r/min)

12.5 A ERG.

12.6  JigimiAI a4 .

12.7  FWRAL.

12.8  [EAHAEI R &

12.9  Oasis MCX[EAHAEHUFE: 150 mg/6 mL, AH#

13 HEmibiE

13.1 RESE
13.1.1 EEEH &

ERIARICRE 2 g OR§II320. 01 @) 1750 mLEZEZI B0, 43 iInAN25 mL &g @ 7K (60 : 40)
TRAPRHGHE A mLERRIEW (11.5) , $FEHUGRE AR LI, A2 20 min, 10 000 t/minf&ili 25+025 min,
SR REE
13.1.2 @EEF &

HERFRIE 10 g CREA220. 01 ) T-50 mLHFEZIBE S0V E 20 AN AN25 mL ZJFHE B ANT ml
SRR (11.5) , RBREAZEZIE, HARK20 min, 10 000 r/minf&if&.05 min, RS
s
13.1.3 B

HERARIURE A 10 g ORA220. 01 g) T-50 mLEFEZIEE B0, A 5InA25 mLZME @ 7K (80 :
20) VREPEIEAL mLERA (11.5) , REGBER S ZIE, BAHI20 min, 10 000 r/minfli
B05 min, EIEWARL
13.2 &1k

WAANS mLHFEE, 3 mLAGHALE AR, HEFMAZE10. 0 mL Bysw (13, 1) o EAA R,
P AR E L mL/minAPY o FRAK VOIS mL/KAI3 mL HY R bkt BEAH A 0R:, fihie+, FH8 mL4%
IKHEER (117D MG, WCERVEE 50 C AT, H20% LHE/KEHL. 0 mLiFMskEs, Wik
A1 min, 10 000r/minf&iZ05 min, W0, 22 pumPEME, (L7 S0RRH (3 — H3 TR V2l 5
13.3  ZBARINERAE 2 RO I &
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13.3.1 EZSFLH M

I3 IVEREEL0. 0 pg/mL = B EUARME TAEW (11.10) &, #HINF2.0 g CF#E0.01 g =
FHRFE, I3 40, 50 mg/kg. 2.00 mg/kg. 5.00 mg/kg. 8.00 mg/kg. 10.00 mg/kglf) 5% R 517
FAIARE, #4213, 1~13. 20 3R EAE, St ar SO (- A B e, IR bRuE it 2k
13.3.2 &ASFLH mANERY

Sy SIMERAEEN100. 0 png/mL=Z8FUFRAE TARMR (11.10) i&&, WMEI10 g CHMIZE0.01 g) #¥
FHRFE, HI73HBE50. 50 mg/kg. 2.00 mg/kg. 5.00 mg/kg. 8.00 mg/kg. 10.00 mg/kglfI# R 51745
FAIARE, 4213, 1~13. 2D BERAE, s RORAT (g — B IpsTie e, hIfEbRTE 2k .

14 MWESER

14.1 BigEEH

14.1.1  tAi%4E: Hypersil SiO, %4, 250 mmX 4.6 mm, 5 pm, 3%
14.1.2 FighaH: A#H: &M, BAH: FHRREOKEEK (5.6) o BhEEBENLSAAE WL RA.
14.1.3 ¥ii#: 0.8 mL/min.

14.1.4 FEifi: 40°C,

14.1.5 #EFEE: 10 pL.

14.2 FRiE&H

14.2.1 SERBITXN 127 /85, MM LA 20 V.

14.2.2 SEPEE 0N 127 /68, R K35 V.

14.2.3  HABSAT WIHRB.

14.3 ME

14.3.1 PEX

IR BN WY IR 25 S ARV, s B, ARyt 5, RI9G . DA ME E =, o
IS AR HE VIR AR v P = ZR UG Ry i AR 38 N A AR A I R 2 a2 N, AE R B 45 T
23 TS bR HE S R 8 T IR I 251 1 o o £ 5 P AL B 5 C
14.3.2 EMS5EE
14.3.2.1 =

T T A T 1) % B T D) g bV i 1) % 0 o T 8% €0 Tl U8 (1) AR I 5 L R 7 9 8 o i 5 € 3 0
(RVRAAIE B 1 AHN BT ME ol S At il IR OR B I TR] PRI AN 22 AN K175 % s K SRFAE &8 1 B AR =
TR PERH VR A B UEE AR 8 35, o PR a2 I A 38 7 2 B (0 s K S VP 25 AN It £10%,  [R] I
T A2 DA B AN G A DU RT S A it o A A Y (R 4 DA
14.3.2.2 T8

W AR R bR VAV 1 o 2 - AR 2 LA B AR I
15 ZRITE
15.1 &

WA =R FL &8 (mgkg) 1% (2) HHE:

X = AxCgy xV

e e e (2)
Ay xm
A
X—a e = R E L5 &, mg/kg;
A—RFEE B — R U s T R
6
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As—ﬁfﬁﬂ/ﬁmqﬂ_ T e T AR
Cs—hrE TAER T = SR TR mg/L
V—If P 2 B, mL,
m—FEan R, g.
EFm'ﬂm iR EAPEIER IR, 85 RO A0 88T
15.2 ¥5%
1 EE@%#T SR 1) ST 5 4 R IR 4] ZE (AR AR T3 11920 % .

E=k SHEBIE-FREE

16 [R3E

DA = AR A3 SPE /ML, BEATREGAATAE, T4 R AT 52 7 il (SIMD
R BB R QAT R e = T

17 =%

JRiEF AT, BRI AMEIAE, BRI R b al, KA GB/T 6682-2008 FiE IH—2K /K

17.1 MR N, O X = FILAEI = 4 W% (BSTFA) +1% —HEERERE (TMCS).

17.2 nkmg: gt

17.3 W faidal,

17.4 HWEW (10 4): 200 mL FHIEE (17.3) I 800 mL —Z/K, .

17.5 &K

17.6 —=ALPRREW: e 80h 1% K (LUHILED .

17.7  FEZKEW: 100 mL FIEEP A 5 mL 20K,

17.8 —RFEJesMEs: e E=99%.

17.9 = IREUARHERE & VERRARI = 2R SRR HE S 0. 1 000 g T+ 100 mL (7, FHAHEE (17. 4

WP ER BRI . BRI 1 mg/mL, T 4'CUKFFAf#AE, ARG0 34 H.

17.10  =EURARAET I WOUbRUERE 259 (17.9) 5.0 mL - 50 mL &8I+, FIFEE (17.4)
ERBZE, WIRBOKRIE N 100 ug/mL, T 4CUKFE AR, HR00 14 H.

1711 =ZEURFRIE TR BEGRAET A3 (17.10) 1 mL. 5 mL. 10 mL. 25 mL. 50 mL T 54

100 mL 28I, HHERER (17. 4 ERBR LR, WEWRH R 1.0 pg/mL. 5. 0 pg/mL. 10. 0 pg/mL.

25.0 pg/mL. 50.0 pg/mL, T 4CUKFIPNAELE, BRI 1 .

18 U85

18,1 AAHEAIE TR B IES 7 (ED.

18.2 itk s o

18.3 ARG %

18.4 &M fL4%0.45 pm.

18.5 B HL: 15 000 r/min.

18.6  ZMAL: nI4EES 60C,

18.7 [EMAEBHCHEE: FHAHARUE Oasis MCX H:: 150 mg/6 mL, A4 .

19 R4

19.1 RENS B
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19.1.1 EEZAH S

RFEFE IR A], FRER2 ¢ CRR1420. 01 @) KRS 150 mLEZELL (A, IIA25 mL1% — 5 LFRVEH
WERPES30 s, EFEEE30 min, 10 000 t/mingS.Lrb min, HAIU =R LBERZZE. IR )G,
FE, U8, IR
19.1.2 &ZSELH R ER Y

FREL10 g CRERIZ20. 01 g) #1450 T°50 mLAZELL A, IIA25 mL1% =S SR, Wm0 s,
A HEEL30 min, 10 000 r/min05 min, HIB =R ILBEREZE . R )G, dE, oiE, g
WRFFAL .
19.2 &k

MIINANS mLEEE . 3 mL/KSEAL A AR AR ORE, R RS EUE AR A 1A D8R [ AR RSO,
P EAE L mL/minLA, PR3 mL/KAI3 mL H Bkt AR AR HOR:, i+, A3 mLH
P G KA ARG M, OB DR 150 C AUV, AR eI v rh — SR U () v FE F PRIV (17, 4) AT
&Yk . [N = SR Sk v R 4 [R5 154k
19.3 fiT&k

WERRS I — & B OB, FHEVSR T, INAN400 pLintknE A200 uLA7AE4ik5), T84S, 70°C R
30 min. [AI =S GUARAE R Y [FIAT A

20 MELE

20.1 JRIESEH

20. 1.1 fREmekiiE: 280°C,

20.1.2 FHVEH: 60 m/z~400 m/z.

20.1.3 AR ERE 7. W m/z: 99, 171, 327. 342.
20.1.4  BSFUURSE: 230°C,

20.1.5 EIlJiziliGE: 70 Ev.

20.1.6 AT W% D,

20.2 TE

20.2.1 T1EHRZRILLH)

W R BUARHE TAEME A 1 pl N SAR S POl e A, B R, $edbmik, DA R i
R, il TAEhZ .
20.2.2 EMEE=E
20.2.2.1 EM

TH LA €0 P PR B I D) oA it P R 0 ST T 5 €0 T U6 AR5 A 25 5 I A e M B € 1 U 114
BFAE BT A6 e M o BORE R v ol OR B IS TR ARG 2 AN KT 5%, R AIE 25 T IO A6 3 5 5 b v v v
(PIAFG FJE 80, AN B SR RV IR ZE AL 20% o = JREEUIEhRAE R 1S IR % E.
20.2.2.2 EE

KSR LU RS T (m/z327) WA T e & .

21 HBRITE

2.1 1§
WA = RE S E (mgkg) %30 (3) THE
OxVxF
= P (3)
FAVE P
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X—ilFE i =R &5, mgkg o

C— Atk th e A A5 AR = SR I, pg/mL.

V—H T AR AR, mL.

m—iAFE iR, g.

F— Wi B A5 48

SPATINE 85 R E AR, 85 RO =00 .
21.2 1REE

FEERVEZAE B IRAT I PTNTINRE 25 R 400 Z (AL AT BIE 11209

OO00O0O0O0O0www.freebzne)DOODO OOOO


www.freebz.net
www.freebz.net

0000000 (www.freebz.net)

DB13/T 1000—2008

Mt & A
(RSB MM )
AR B R 1
A1 AH TR DR AR IR AL 1.

RA 1 ZRERRBRIERHY

i), min AH, % B, %

0 80 20
5 100 0
6 100 0
6.1 80 20
13 80 20

M & B

(RUSETER RO
B &4

B. 1 =W 4 WKB. 1.

*B.1 =RERRFLEH
B TR FLIE 25 25 U
H R EE
ey = BRI (MRMD
5% %5 FL s 4 000 V
TR 350°C
TSR 12 L/min
FHAIEN 45 psi
VANES Y 120 Vv
e XTI, RS ETRAAAAEZE e, W 0T N B S8 3 e

10
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Mt F C
GRSEMEMIS)
FREY RBIMRMIL &

C. 1 HryEY)TIFIMRMIE P WL C. TRIKIC. 2,

+TIC MRM (** -> **) B-5.d
x10 3 |
5.5
5,
45-
4
3.5
3,
2.5
2,
1.5
1,
0.5
0,
-0.5-

%]
i}
c
=]
Q
(&)

02040608 1

12141618 2

22242628 3 32343638 4 42444648 5 52545658 §
Acquisition Time (min)

EC.1 0.1 ugm=BERFEREBFRE

+ MRM (127.0 -> 85.0) B-5.d 127.0->85.0 ,127.0 -> 68.0 + MRM (4.846-5.274 min, 64 scans) (127...
2 %1027 I x102 ] £ x103] 85.0
% 1 Melamine % 1 g; 09
O 354 e 1.4+ Q 0A87
S i
i T 1.2 ’
3 5 0.7
2.5 o J
< 0.6
24 2 0.8 054 68.0
1.5 5 069 0.4-
14 o 044 0.34
0.5+ 0.2+ 0.24
04 0+ 0.14 127.0
T T T T T T T T T T 07\ T T T ‘
4.6 4.8 5 5.2 54 4.6 4.8 5 52 5.4 60 80 100 120
Acquisition Time (min) Acquisition Time (min) Mass-to-Charge (m/z)

ElC. 2 =ZREMREH BT LLHIE

Mf % D
(HSEMEMISR)
BIESEXH
D.1 {4if%k: DB-5MS, 30 mX0.25 mmXO0.25 pm, HAY4%,
D.2 #: &, Wi#E 1.3 mL/min
D.3 #fFFHE: 1.0 pL
D.4 BEFEIOREE: 250°C
D.5 JHEMRF: EAIE 75°C, 4 1.0 min, LL30°C/min JHE % 300°C, f##F 2 min.
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6. 60 6. 70 7.40
| E. 1 =ZERREFRMIRTEMIZFS FHEN GC-MS E
327.0
342.0
171.0
99.0
100 120 140 160 180 200 220 240 260 80 300 320 340
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