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L= =TT I
E F= 11
S 1 = - TR 1
I e = 2 v T OO PT 1
B BT ERIETE (ICS JE) oottt ettt 1
4 BEFORIABILTE (HPLC JE) oottt sttt 4
MR A GERMEMIZE) T RBEIHIGERIEN oottt 7
MR B CERMMR) T REMRESRIEBETEIEE s 8
Bk C (ERMEMR) T REMERRRNSBIRHEBIERE ..o 9
Misk D CERMMEMISR) T FEFRERRAVERIMNBEBIAIERE ..o, 10
BISE E GEAMEMIZE)  FHIATEIE oottt 11
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AARERI BN T R PR R R IR (Aot 2 BRI (2015 SERRO) HUE AR IR

SRR TR AR A it A2 SRR RN B A it B 5 o KA A it 22 2 BRI (2015
FEROY BUE: AHOR EICE RS VB 2% B Ao vy, BEREAT 22 KU VA, B ORAE IE
H AR A SR AR N ANE X N AR R A S

H AP i R E I LE W R PR EARL,  ASARAERRISE OGP fty o 0 3K 9 Ji S22 (A Il 5 s -
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WikmPBERYRT FER AR AKANE
1 sEE

AARUHERE T Aot i A T PR B Lk I B - il e v
AFRAEE T FLE . KFIE . e AN T S Aot R T R R R L ER R I
AHRAE RS R 910 mg/kg,  E & R 425 mg/kg.

2 FEES|I A H

N S S A SO RN A e AN . ML H IR 51 R SCE, AE H B A IE
TR FLEAEH MG, HEaiA CEIEETE MBS & T A,
GB/T 6682 43 #5256 % FH /K KA FR 56 7

3 BEFaiE (ICSHK)

31 R

SRR AV AR, LD R BRI E A 2L, FERAE TR &, RSS2
Mg, HMriER,

3.2 RFIFFRE

BrAE A AU, BT GRS A i 4k, /K 9GBIT 6682 #iiE 1) — 2K
321 WEE: fikaf.
3.2.2  THFRMHE
323 SN
3.2.4 LR JEIKRE36%.
325 0.36%#hE: Bl mL #HEE (3.2.4) MMAL00 mLERMF, WKEBIFERZEZIE.
326 T REbrEM: T3 CisH4N202, CAS594-24-6, A /NT09%, 454302 IR
AEAL,
3.2.7 T RIAbRUESE FIFW: RECT REEFRAES: (3.2.6) 10 mg, FEHfZ20.0001g, #1100 mL%
B, HKEHFERZRZIE, R, BH SR H100 mo/LFAsiEiE &, T4 °CIRAE, nff
M=4H.
3.2.8 [EMAERURE: AR — AEEIREESY (1 mL, 300 mg), ff F ATHK X 10 mLF % (3.2.1)
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F115 mLZKIE .

329 THALUERE: 045 um, JKH.

3.3 {UBEMmigHE

331 EFaili: BOA RS0 H A2 .

3.3.2
3.33
3.34
3.35
3.3.6
3.3.7

S3HT R & 40.0001 gA10.001 g.
Bl F ML T5000 r/min.

T FE I A o

HIEWRLE 0 : 50 mL.

ALIEAE: 0.45 pm, M BFUNRIYT LN
[ FHASEURE: OnGuard |l RP [ A A BUFE o

34 SR

341 HMmALE

3.4.11 AR

FREL 1 gOREff 2 0.001 @) lFE E T 50 mL HZE MR B0 (3.3.5) 9, A 1 g &k (3.2.3),
BN 0.5 mL Jii 2K 0.36%5F8 (3.2.5), HMI/KEARZEZIEE, HAFZEL 20 min, 5000 r/min &L
15 min J&, EBFBIKIREATT 0.45 pm THFLIENE (3.3.6) Al OnGuardll RP [EAHAEHUA: (3.3.7) ik,
VB AL B T I

3.4.1.2 K32, FEEYAEERAHR

FREL 1 g OFf%E 0.001 @) A E T 50 mL HEEREIELOE (3.35) o1, B 0.5 mL lREHK
%79 0.36%hE (3.2.5), MU/KEREZIE, #AEHEH 20 min, 5000 r/min &0 15 min J5, FiER
W23t 0.45 pm SFLIERE (3.3.6) A1 OnGuardll RP [EAIZEEUR: (3.3.7) ik, JEMiAtE 7Ok

mse

o

35 MEFH
RN e LRI

a)
b)
c)
d)
€)
f)
9)
h)

i METROSEP Ce (250>4mm, 9pum), B4
WP 4 mmol/L HCOg;

WE: 0.9 mL/min;

Vet %A S5 L

HEFEE: 250 pL;

FEiE: 30°C;

K BIR . 40 °C;

Rl R PR Al
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3.6 FREMZLALT

K TR A R L h R 2R (3.2.7) RIKZB YR, B8] RIEIKEY 05, 1.0,

2.0. 5.0, 10.0. 20.0. 50 mg/L HInE TAEER . % 3.5 A 5E 2 IR B AR B s b el e, DA
RUCIRALRR, EIBIREE AR R, ZetilbniE TAE 2R

TR R ER SRR T O S I B (10181 B.L.

3.7 REENE

FHRETE A (3.5) BEATIIRE, I3t WA (0 (R B I [ AR e A

o TR KA EEIE B Z
FELCMEVI 2 A, R HE kv T U AR B S kAT 0 A e B R 2

38 HRiITHE
WEER T R AR EELLNT REE =, R %A (D HHE, 1HEES R IRE AN,
G A VE ] RS
W= O 1)
m

A
W— FERF T RS E, BAOVZ T (mg/kg);

¢ —— MbRHE AR BB I AR T -RIERIRE, AN Z TR (mg/L);
V—— PR AE TR, BAONZETE (mL);

m R, AN (9.

39 HRFEER

AARUERI RS IR A E PR T R R ER R A0K R Oy 10 mo/kg, E &Ry 25 mg/kg.
310 BIKRFIBEE

FEA N FE 25 mg/kg ~ 200 mg/kg W FEFT N, AT YR AE 87.6% ~ 102.7% 6], AHXH5
HERZEN 1.1% ~ 4.7%.

311 BEE

FE B MRS ZRAT A ORI S 5 AL 0 40 22 B MOl IS S AP S (E Y 10%.
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4 BRHEHEEEE (HPLC &)

41 FE

DRI IR, B I )a, DU RGO il g AT IlE, Mk i, WO -k
E%‘U\o

4.2 WF0HRE

BrAE S AU, AT HRFIA R aHral, /K NGBIT 6682-2008 KK 5 1 — /K
421 CJF: (igal,
422 WEE: (igal,
423 FALEA.
424 TRKARMES: 2T CisHuN202, CAS594-24-6, ZiFEA/NT98%, S WIHFA
HEAL
425 T REFHERES: BT R AMESR (4.2.4) 10 mg, K5#H20.0001 g, & T100 mLEE
i, HHEE (4.2.2) BEHFES, B2, BUHBIKEN100 mo/LFIAREM &, T4 °CIRAF,
AR =AH .

4.3 (UM E

431 EREAETE (HPLC) . FCA 584 M I 2% Bl — A A8 R 21 Aar il 2%
4.3.2 WAHEWE-FE/FR I (LC-MS/MS) {X: A B % I8 (ESD.
4.3.3 i RSP J#E~0.0001 gF10.001 g.

434 HE.OobL: FHEAKT5000 r/min.

435 A REIE B

436 HIEWHE.LE: 10 mL.

437 THALIERE: 0.45 um, TN RIUER LK.

44 SR
441 HERLIE
4411 FEAHS

FREL 1 gCRERf 2 0.001 @) A B T 10 mL HEEBEL .0 (4.3.6) 9, I 2 g Sk (4.2.3),
O 10 mL HEE (4.2.2), $#2%), HASHE 20 min, 5000 r/min 250 15 min J5, EiERZ 0.45 um
ALUENE (4.3.7) TUE,  JERHE OB A A E .
4.4.1.2 IKFUZE, SEEYIFAE A &
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B 1g CRSREZ 0.001 ) iFEE T 10 mL HEZEMR B0 (4.3.6) H, #224), I\ 10 mL H
BE (4.2.2), #BAFEEL 20 min, 5000 r/min 2.0 15 min J&5, EERZ 0.45 um WALIEE (4.3.7) i
P8, DR S RBGRAE B I E .

45 MEFH
RO (3 2 2% 25 T
a) ik Cigtt (250 mmx4.6 mmid., 5 pum), BUAHYE;
b) ViiE: 1.0 mL/min;
c) EIH: HEE +5mM BRIR A= 75 + 25 (ARIED);
d) il 310 nm;
e) HiE: 30€;
f) ERERE: 10 P

4.6 FREHZALEE

FIHEE (4.22) BT -RHEFRHERERTR (4.25) BEMBEEIKEN 05, 1 . 2. 5. 10. 20.
50 mg/L HVR -G HRHE TAERI . % 4.5 W8 S5 AR FEMR IR B AR ) s b e, DAV TIRR-IR FEAE 1
Z bR E AR 2R

TR TR bR VAR B i OB i R 2 LR % B B B, T R RUARHEVE A 2 AN O s B 2
JLFfs% C B C.1.

47 ME

5 4.5 M58 SR ARRIMRE S EAT I R, T SRS HA P T DR P € B £ % B s ) 5 s ot — 350,
I BEST S5 R s B, 2P0 AR IO s B S a3 AR5 e R
HHAEAE T RIR B R3S, HAMREERE. T R AH LB S ENIZrHEZ 2 N, &
VUL L U S A B S P EAT 0T o BRI, B AR B R RO 0 - R HEAT A RIS (B IR C).
48 =ZARE

FRASFREURE S Ah,  294% 3R I 58 S A B34 T
49 ZRUH

AR TR LSS E BT RS &R, 80RO 5L, tFREER R AN
TR AE R NN R A
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A
W— FEmH T RIEMSE, B2 T (mglkg);

¢ —— MFRHE ARk b2 A ulRe il b T R IR, A2 R (mglL);
V—— PR AE B, AT (mL);
m WHER bR, R8T (@)

410 WHRFEER

A bR AERI R IR A E B R T R AR 1 BR 7 2 mg/kg, E &RV 5 mg/kg.
411 ERERAEEE

FEA AR 5 mg/kg ~ 100 mo/kg W LG E A, AR RV AE 89.5% ~ 105.6% L [A], AHXfFrite
WZN 1.4% ~ 5.8%.

412 FEEBE

FEE R VESAE N AT I PR ALIN RE 25 R A 2480 Z (A N ST EIE 1 10%.
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PR A (ERMMR) TFENSEN

/
N
HN OOI \

B Al TRERZEHR



nuS/cm

1271 |
1272 |
1273 |
1274
1275 |

-1276
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M B (FIRMEMR) TRERERRNETEEE

t/min
H B.1 T EHEEBRNEFEIEE
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MisR C (FERMEMIR) T FERERRNSYREEIEE
25

20+

15+

mAU

10-

Bl C.2 T B e VB B e BB £ PR



Abs

GB/T >xxxx—201x

WRD ENEND  TREEERN MR
0.16-
0.141
0.121
0.10-
0.08-
0.06-
0.04
0.02-
0ot——
200 225 250 275 300 325 350 375 400
Wavelenth/min

B D.1 TR B SNR YO

10
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MR E (BERMEMR) ®HIAXE
E.1 MARGESE XMt
a) foifF:: XBridge Cis» 3.5 pm, 150 mm x2.1 mm (H4%);
b) VBN K+HIEE=20+80 C(HAFILEL);
c) Yii#E: 0.3 mL/min;
d) #iE: 30°C;
e) HFEE: 5.
E.2 Ji%S% %M
a) BSTUR: HESS BT
b) B R
c) B HIE: 35KV
d) ZEHHLE: 3.0V:
e) BT IIERE: 150 €;
f) BLAAARE: 500 €;
0) BRET A ZIRMEN.
E.3 EMME

BEATARFEIE I, R REB0E MR, HLIBUAR (il - B S5 A DU e AR BRI AR HE ARV, A SR B
EPENE I, H e E T L SAREY R A B, e mE AR C.1 M

SEMITEE, R IR i S TR R e R

REL TREHELEBHRAFEI S

ERE TR TR HEFLAEE ffERER  AXE T SVPHD R

tEw
(m/z) (m/f2) ) (eV) F % (%) #(%)

TRH 265.1/176.1 265.1/71.9 3.0 21,35 100, 27 25

11
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100+
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60

40

20
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265.1>176.1

I

t/ min

BE1l T RHEREEB EEE TREAEE

12



