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Lo — bt v DU A dnes o i 218 25 400 ke B s X000 o 7 0%, A DA R PR

aFER A SRR S, R IRARAT

b FE S AT AL PR HEFIFRIURE &, S5 VRIS &) R L S5 8, BB 2RI — 2
ET Y PR AR R AR B P, 4 A U R T PO R A B B AT ARG BT A 30 2 U
NIECREM CBE BRI R0, RIZUIRG Ja # by 2, sE R IECHE - SBEE, BRI IE 2kt
M CBEE R EAEWIR, T 2B NIRA D, TEK i 40°C BB 28 RACP IR e 25 21
DL S AR S AR VA, VS V28 DR FIE e g 4L HPLC 237

o FRYE R T BC ] VEFAREBOA WD 2 AN A BV 2 DR EbRvES, AL —
AT 0. 03mol /L S A B, BRI & ok DY Pobr e i B EE 38 1mg/m] )
TR EIRVERE R, 2°C ~ 8 CHEYCARAT , I FH AT v A 2 B3R VR A FRUEAE 2080 F IR sh AR B
RS L PR AE TR, AR A N DG RAT, S RAEH 5

d 1Ry BB E T 0 5 < W T 2 PR A R B A v AR VB VE N 2O I 2%
FLD B IR A MG 2% UV 18 R0 (B 13

e Ik B E g5 R THE < DLOR B I TR JEAT 96U v i SIS 24 A 1) 5 1k 0, LA 0 i AR gk
AT T 1 W 2R 25 0 2 i, HAMRE S R

BT iR LS AH B BCH] <SG ECH] 0. 05mol /L [ MR K S, F = LWk Hoifdl pH 22 2. 4, BY
0. 05mol/L WEMRIAE / — LM& LIEHE AR 82 1 18 [ LL BB HIT B AH o

2. WRABRBIRIESK 1 BT ik B30 P v o DU dnds 5 i 288 25 0k B 1m0 o T v, Mo
TEET Tl PR a AR IRAF 512 -18°C.,

3. MRABRBRIESK 1 Frad B3 M vt o DU nes 5 ) 288 245 0k B om0 o 7 vk, Moy
fEAET PR 5R b rh AL T AL BE, iR - SRR I R E L (1 ~3) © LIECkik
FEA BRSO 3 ~ bml 1E b, SBEK A SORE PN 1~ 3ml SR s PR 5
AN SR E R FERER AR E 8% K LI, L Z :80°C, K77 :10. OMPa, fii#k
1) :5min, FEARHS ] :5min, FPYEARRR AEBOB AT 60 %, Z KRS [A] :60s, HA0H
UL <1 IR IR e 28 I L5 8 —0. 096MPa s i ALAT K 0. 45 1w m,

4. MRIEBURELSK 1 Frid (sl 9 Pk £ i o DY ol R v 1 25 245 0 e B = PR o v, LR
MELET Tl 8 ¢ R 5180 FE AR UE TA/EWR A 0. 01.,0. 02,0. 05,0. 1 1 0. 2mg/L.

5. MRARBUIRIZISK 1 Prik i sha Mo i A DY b Jgns v A 21 25 09k B 1 X0 o T v, oy
fEAET PR PR d AR ) S OB (B 45 1A 356 50A B 208 i A SR T Ak JS 1) C18 YUAH
R, RS 4 4. 6mmX 250mm X 5 1 om, FER A E > 99. 999 %, #1115 ~ 25°C ;s AHFLIE
43 0. 8mL/min, JEFEE A 20 w L % YA 2% (K0 30R A Ay 265nm, &3 KA 478nm 5 28 4h
R ES B 271nm,

6. MRIEAUHESK 1 22 5 Prik 2 — HIshA P £ it o DY A JgUnds v i 25 24 40k B = 1T o Ty
2 HRFEAE T < T IR PRos s 771 26 BUASCE AL RS KA A BR A =) APLE2000 R I35 771 25 Y
o



CN 102081078 A WO B 1/5 5

st | Wi E B LK 5 7% B = il E 77 0%

B

[0001] A W19 K —Fha I i b 15 2535 B IR 5 3% R i S L 1 R g
I 5E B VA D R B R Y B YR R DU A e v A 2R 25k B R
M2 T3

BREAK

[0002]  JglME i BSE 298 - N LG UIPE 254, | 2 AT 1B e A sh it 48 i M7k
T W It S AR 3 25, A7 IR DG T RHAS It e 2E s ARG, e my B Kl 1 7
o EIRXPAYER BRI RS 2 MUK E AT H L R 2 T EOLAES DI Rt b B, R
AN A il 22 7 LT AR RE (3 mi 3 s v B i O S8 BRI 2B Bk 3K
[ T R B A i T 2 g o M R 2 E S A 2 1) e A B B o OROIL AT 1025 5
I —14-2008 B R il g s v S 25 0 B BRI v RGBUAR A DIE T sh I i
HH ) S VA I SR 25 DU T T, DR 2k B B AR L T e KR . (EZTAAE
ATHE: it I A B R AR £ 0% P VRS i SR B PR 1 oW B3 P S B3 i
HI B AHZE IR VAT 1 o 3R IR ER, IR, A BE H Bk,

ZAAAE

[0003] 7 Jx BH L v R B (] 82 4 pE — i AR ) 58, DO, B SRR B v, AREUSR
1 (RIS 2 MR A B s A ot v DU e 5 P 24 24 09 B N o T v

[0004] A% BH B V£ it rb DY Ao Jgnds v I 1S 2 05 B = 0 o T v B G LA R PR
[0005]  a A& SRS, PR VRIRAT

[0006] b FESHATACHE ERFRERE S, SHEE VR RN 5) SRR SR 45 B, B 2 i
— 2 EF Y PR AR AR, K AR O ECE T PR T RN AT AR EL, AR B PR EUR
M IE CRER Sk B IR R0, RIZUR G Gl 2, sE 2 1E Okt - SBEE, BINALE
CBER SRR S IRAE IR, T R NIRGET A 227K 40°C 1R g% 78 R A A ok s e 2%
21, UL A i i , BSR4 DRI I B4 HPLC 43 #T

[0007] o ARV IGECH] HERFREUA B0 2 RNV A BE VR Ry B RUE S ¥
H—H% T 0. 03mol /L SR, BRI & A Bk DU A brd & RN 1mg/
ml [RIR G AR AL &, 2°C ~ 8 CREGIRAT, i H T AERH & B R VRS bR i 2, H s
AHRRRE 1 2R 5 P2 IRt ARV, AL AR A N G ARAT, S RAE

[0008]  d. /= R AH B I 5 « MR EDCACE o) 2 P AS TR R B R P M AR 9, YA N AT % S
25 FLD H SR AME I35 UV 11 = RO AH (B354

[0009] e %k B S E &5 R A THE  DULR B I R) 3R AT G0 o M 28 25 9 1 52 Tk 2 A, LAV T
FREAT B T I S 25 W) (1) 58 25007, MR A R

[0010] PRtz AH IS < SEBCH] 0. 05mol/L W R KL, H = et Hoil pH & 2. 4,
HX 0. 05mol /L WMV / — L% LIEHEAARRLL 82 ¢ 18 [ LLBIEL I BN AH o
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(00111 AS B Zh 40 1t vt o D gt v Il 2 24 W ke B S (KN 7 4%, Heh ik A8 B a o
[RIVR R IRAT 252 —18°C

[0012]  ASJ B Zh 40 1t it o DU gt s v I 2 24 A ke B BN g 7 0%, Heh ik A2 B b
[PIRE S AT AL B, Pl e - SRE R R E B2 (1~ 3) ¢ 1IE Qe A e AR P A
3~ 5ml IF O, SBRKREE A TakE FrP N 1~ 3ml Bk PRS2 BU S B B N 2
HUS ) AR B 8% MK 2B, 8. :80°C, K /7 :10. OMPa, JIFAMT ] :5min, FHAS I H) -
smin, MPEERRA A AR 60 % , B AWREIN 8] :60s, FFATEFMREL 1 IR IR HEZE I
A E K 0. 096MPa ;€ FLIE 4 0. 45 1 m,

[0013] A B Z 40 1H: vt D i s 2 A 25 24 W ke B s ()N 2 g v, e ik AP B ¢ v
ZANEE B I bRVE TAEWA 0. 01,0. 02,0. 05,0. 1 F1 0. 2mg/L,

[0014] A% B Zh 4 1t £ it DY e g nes v ) 21 25 ) e B9 R 1) 2 g s, e Tk P B d
Hp R H ) R OB L 2 DR 2R N B Y A ER TR A IR 1Y CL8 AR (i A%, FUA% N
4., 6mmX 250mm X 5 1 m, fi: i 40 > 99. 999 %, ARV 115 ~ 25°C s AHLIE A 0. 8mL/min,
AR 20 u L s 2 AT NS FIBUR I R 265nm, & ST 478nm 3 B SRR A5 KR
271nm,

[0015]  A<S B Z 40 14 it DU A gnes v I 248 24 W e B i 0000 5 77 v, L v T ak DA Tt 1)
AU FH AL 38 3 RAXESA PR 22 ) APLE2000 PRI 745 HUA o

[0016] A</ B A P B it o DY Aol ggmes 5 P 255 2440 %k B 2 0 000 8 7 32 oR) PR PR 3 71 2 L
ACHE feri e s T A5 B Bl ) P B i O v 2 250 AR R 2 1Ak 3 R SO A Ot
sy (FLD) H IR AMG IS (UV) AT 20 il o PRI 0 A5 B AT o Ay A 2 ok ) B
BAPRAE BT EE r, POURIIIES (FLD) HR IR AMG IS (UV) IE HER R B = ER
P

Mt (=15 BR
[0017] [ 1 BiAEFDE AR BV E W Hrvb B ARUE L 7O it
[0018] & 2 RV E AV A By 2 v i yb B bR A Mt K

BALHEAR

[0019] A< BH B4 Pk B it o DY A GeURs v 1 23S 24 e B B XD s D7 VA B AE DU TR AP R -
[0020]  BRUEFS I ACECH] VEGFREUS B2 RNV 2 B 2 R v B RRUE L B
—EW T 0. 03mol /L E A, BRI 5k DY AR i HHR BE 3524 1mg/ml
[RVRA PRAENE &, 2°C ~ 8" CRECIRAT, I FH AT VA S L FR VRS britifit 298, s AH
FERR EE 23 54 0. 01.0. 02,0. 05.0. 1 A1 0. 2mg/L FIARHE TAE, 4°C 244 T BELLRAT, 4
KAFH - FAIAHHIFELH] < SCEH] 0. 05mol /L B FR /K ¥ i, H = £ s FL3 pH 22 2. 4, L
0. 05mol/L WM / — L& LG HEARRRLE 82 18 [ LL BB HIm s AH o

[0021] R RCVRAH LTI 58 < W HIC ) 2 FRY AN (R B R PR M ARV, v N 2GR I 2
FLD BRI A IS UV B R R B A o R 0BAH E i 45410 2R 508 B 2R my 4 Bk
ik S (r) C18 Y AH (i A, $UA% A 4. 6mm X 250mm X 5 1 m, i B4 B > 99. 999% , AL :15°C 5
WAAHTLIE A 0. 8mL/min, HEFEE A 20 w L s 5% GG I 245 IR KA 265nm, KT KN
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A78nm 2 M ES AN 27 Inm

[0022] 7 B 0 SE A 1 -

[0023]  U5E 8 A K&, KEFE LA, T —18°CHAF Mo

[0024]  FESAATACIE AEFAPRE 1. 0g AR T BOAE N, [F] 1. bg e+ — i & Wk, Bt B
2 RS R EE L A B TR — B A IR AN Liml AEEG R, RREAR AR R <
AR EL 8 % IR K ZAEVE N ARBURF, iR 80°C, J ) 10MPa, Ji# Smin, FA4REL 5Smin,
FEIR 1K, WRPEARRLA 60 % [ 2 B AR AR, T 215 DR R e A8 i, B0 IRCBE 4 S 4 B
Wo FTARRBUR I 3ml IF O Inl ZBELRIERI T, B i LY 2, FEIEC
bt - LBRZ, EREAEPIK, T 2B NIRRT 267K 40 °C 14 eSS 75 R A 98 s e
7%, FLASSE -0, 096MPa, IRAF 2T LAVLB AR AR, FFUERf S B2 20l, 4 0. 451 m
JENE L JEHE HPLC 23 M7 o PRI FIAE BUAS it FH b 58 75 RAER A FRA =) APLE2000 PRI #5571 26
B o

[0025] %% BA e &5 ST AR < DADR B IR () 047 96 v 24 240 1) e 1 43 T, DA DR TR
TEAT J8VE VT S 25D I A BT, ARV T S SR, 45 A 8 i LA FE S P B R AS
A 4 Pl I 2R

[0026]  EE A PEFA[AICRI E -

[0027]  RAIBHME A A AFES (PYPh M vE B2 2503 Tk ) BEATI e, BL 3 A5 (M bl
B2 S HT RSN PR, LA 10 A543 W LU A o2 43 Ar ) ) 0 B FR, &5 6 RIS FURE it &5 7923 1
& AT R A 4. 3-10. 0 1 g/kg, K FHAE A s bR YRR S VIR 7 V2%, 7 [RIRE RO ot Ak 38 4% 14
TS DY A s v S 2T IR [T AR S, 25 R AR 2.

[0028] & 1 YBUAH € TS I D ol 50 A s B 23S 245 4 (1) 286 P 3 [ L A OG 2R 30 HH PR o =

P
[0029]
. . 6 H PR i 2R
2H 7> 2R SR e N R R
(ug/Kg) (ug/Kg)
R B 10-200 0.9996 13 43
WA A 10-200 0.9997 2.7 9.0
REv £ 10-200 0.9997 15 5.0
i B 10-200 0.9997 3.0 10.0
[0030] % 2 A P g v B 2R 25 B BT MRS 25 IR 45 B (n = 5)
[0031]
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bRk
by R 25ug /kg 50ug /kg
FHEE T sp oy | PORGE gp oy
i N 88.5 3.0 90.5 2.7
HHRYA 83.6 4.1 88.7 3.5
Bixnvb 2 90.3 2.9 95.6 2.1
EDRUE 82.7 3.8 89.2 3.6

[0032] % B & s LA 2 -

[0033]  JM5E 10 M4 B FE R HE, T —18°C 4 M itfr

[0034] ¥ L HTALIE MEFIFREL 1. Og fRR G IR (A 1. g REBE - — B THFEE D, i S
RS A W B AP AR B T IR — E A IR AN Uiml ARG A, REEA A
TR L 8% K SHEVE ATRBGAFR, I1E 80°C, I 7 10MPa, Ji# 5Smin, F##AH2HL 5Smin,
FEIR 1K, WRBE R R 60 % I A B AR, T £ 05 DRkl phe A i, S0 IRCAE A FR 4 B
Wo FTAHRBUR A IIA 3ml IECLEA Inl LBELRIERI T, RS LY 2, FEIEC
bt - CBRE, EREBAEPIIK, T RS NIRRT 267K 40 °C 1 s 75 R A 98 s e
7%, FLAPE -0, 096MPa, WRAF 2T LAVLBIAHIS AR, JFHEMfE B 2 20l, W4 0. 45 m
JEIL JEHE HPLC 20 #T o PROBES FAIAR B4 it FH b 5t & R AR FR A ) APLE2000 PRI % 71 26
HU o

[0035] %k BA Rl o 4 SR T AR < DAOR B W) ) R AT R0 s M 24 24 M 1 o ek 0, LA O T AR
WEAT F8 0 VT SIS 2D 16 B 53 B, AR BRI T S 45 SR, 45 3LAE 1 0 2R A FE S P R H 3 A 3R
VPR 105 1 g/kg, FLARA- PUFT: i A H G000 v 1 258 2 0 o B o

[0036]  FE A& PEFN AR E -

[0037]  SRHI B4 POFE S DUAh s e M 25 2538 0k ) JEAT I 5 , SR FHARE S ias n
PRUEVE TR 5 42 E TRIRE B b A R 45 AT T X6F DY ol GBI i B 25 25 4 1R AT b TR0 3 SE2 560
ZE R WA 3,

[0038] 3k 3 2 A rh s v S 25 (9 [T A 2 B IR IR 25 R (n = 5)

[0039]
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IR K
. 25pg /kg 50ug ’kg
PRUEY R H g
‘,i} =] P S8 R ST
*?5;’5@ RSD (%) ”g;';'&z RSD (%)
0 0
R 2 89.6 3.1 92.5 25
b2 NVSPAYEN 86.5 38 90.7 3.1
Bigvbh 2 92.6 32 96.5 1.8
VR 80.1 3.5 923 3.0

[0040] DL B 1) 5 Tt 491 A A2 ot A e B PR D08 S5 Mt 5 saEAT il IF AEXS AR A B i v
AT BRE » 7E A B A I B v R A AT 32 15 AU AR N 536 A A B R AR Ty
S 1) 25 BRAL T RS, 359 N NS ORI B SR 52 (1 R VE L A
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