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L. — FhoE P95 2 B AR I s —2— IR R 2 1Y) ol 4% T v, FURRAEAE T B 46 R A0 3R« Bt
W2 —2-F IR MIB—58 & 2B T3 — & ferh , i 10min-30min , A4 —F Z ALt g
R -2, 5 (3~ R R BE TR 28 Il — U Jre #h % 28, = IR 4 -12h, TLCHR MU 8L, BREF X
R 2% 5 o ) A WL K Bk, 20 VR T A R GUAL BN VA MR 6% » 0V A WA P FE 7K NaaS04
TI WRAEAFALT= ), B2 BT 0 5 R 45 P J0R) FH B A 5 s b o —2— R P T

2. USUR L SR 1 FT 3 1 AR P 985 i PR AR LG s — 2 FR R B 2 140 Wl 4% v, SLARRAEAE T - ik
(A 2 M 43 B e VBN 2. R LB AR Tk , 95 25 AR R EE 1000 1-20: 1,

3. TUSUREE SR RT3 1 AR P 98 i PR AR LG R — 2 FR R B 2 140 il 4% T v, SLARAEAE T - ik
[RIHLE I —2— FR 1R 5 B B (1) R R LU A E0.9: 1-1:0. 922 W]

A QOO S 3R 1T (1 0 s A b MR -2 - R R B S 1 1 2% D7 vk, AR EAE T2 ik
(1) R LR N A I BE B W A, Y R R R O R 45 B B R R -2 F R
BT 2 R Sl O R P 2R, A3 B B = M e e -2 FF R B4 D X i, T & 45 M X

_0 TKE:] E\I\\\j\k@

R R TR B -

5. RPN R 1 -4 A — TRk T V5 il 4 XD B0 08 s A B A i e —2 - F R IR 2R A
DN A B SR ARG M o B R s F AR D MR S e 50 L T AG R L S N & D I 22
0.01-0.05% .
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WA & SRR R - 2- R ER BE R BB A R N A

BASHE
[0001] 752 W4 J 75 Kt 75 Y AR T AU, L s 2 — A R 75 B AT 2 TR O
7 B LR

BREAK

[0002] L%%@‘E#H’Jﬁﬂﬂﬂ?ﬁm/ﬂ%#ﬁ% h 22 A R VRS 5 « B A IN J) i 55 i LR ]
H 2 WO R H o ¥ B 1 it — AN o B K b B R I B, B R D B B T
R B A SR B SRR AL i R SR AR ] DUR O B AT &SR
WEY L e A PERLT , B Br B AN R IR RGNS , FH L RC RE 2 vk fr I ke AR
RUF o HHERMERIAE R VE TR AN, 78 B AL S AL WD NN B B I R AR 1Y)
(7 I AN 2 3 3006 0 F2 300 M0 A A T A ) st 16 B =5 AR A, R TE R AR E SR AR
URFIE B R AL B BOR L, I & W52 0 B HIAE G I 22 (5 i L 2 eh, AR B4R —
Pl P8 T AR R -2 FF IR R SR 14 Ml 46 ik, JR RIS H AR MR mh O 2 H

b4 ISES

[0003] AR BH M 1 R BT Y1) M P9 A o, B A — P 33 (100 08 FH 985 4 B A kR — 2 R
B2 1 1) & 51k B AT A SR P (R 82

[0004]  JHsEIN bk B, AR IR R EART %

[0005]  ff FH S AR A bt R —2 - FR R TR 1) 45 A s

[0006]  —PfudfA FHER A4 FRbitl e —2— FF IR IR ) Wil £ 77 v, HLELFE A T AP AR

[0007]  HRMtME-2-F R FIB—48 B = By Ty &P eh , S HE10min—30min, JIA4-
TR AL E (DMAP) AT -2, - (3- - FR AR AL T L) B Bk — W % £ R £k (EDCHCL) , = L §i
FEA-12h, TLCHE WS B 5 BRI S5 B2 15 o [ B AILAE K356 5 733, P P AR RN S A0 AR v v
B WL A HLAE TS 7K Na 2SO0 , AR TSR 7= 1) , +3: )2 M 2 128 R4S P i AR A B 44 2 kbt
R -2~ IR s

[0008]  E—DRY, BTk BIAE JE B 4 B e SR VBUN 2. B8 < e AR T TR , T AR AR EE 100
1-20:1,

[0009] 20, BT iR (L —2—FF B0 5 B 0 FE I (1) R AR LU 91450, 9:1-1: 0. 922 [

[0010] Bt 011, Bk i BR R LB N & T B BUSR B 22  , Y Bp R B A F BE , 15 2R
P -2 P R A B s 2 R B R N B B BRI AR BIE ) R R 2 F R B
W, I ST

[0011]

3



CN 106496149 A w Bg B 2/5 T

(00121 3200, a0 b P 75 12 i A (0 bl I P A e L W —2— R R 1 D MR 3 77
FEAE MR IR R S R FLAE DA IR B3 3 57 B T Ml e, A in & M 22 B 801490, 01-0.05%
[0013] AL A Mk WR -2 - FF IR A i B B R R -2 - IR B3R B R RO — P AL
B AL VR FUR SE T U, (B R T BT 2R A B B IR B
Jito B3—AAN-B—5E D A A LR SRR R S

[0014]  MIBLAHARAMLL , AR KA 2R -

[0015] 1. A B 1l 46 MLt o —2— R 9 5 P T LG B —2— R iR —B— 3 0 2 B MR L W MR-
R B RN, W] LU (K 5 R A R TR AN I, T AN MR 0 it Rl

[0016] 2. AR W LA4- G BEMLIE /1 - 2 k- (3— R R U U ) Bt — W i SRR #h
WL R -2 FF R AN I 1 L B30 2 2 W MR A B LA 15 7R 5 A DA 25 42 SR 7 26, fi K e &b
T2

(00171 3. A W H B T iR Y B A el R ELA R D MR B 1 e n L T
] ARG A PR SR PR AN 2% A, B e A MR R SR AT S

Ff [=115¢ BA

[0018] & 12 Mt —2-FF BRI B R I H NMRAZ AT ] 5

[0019] |28 MEWR—2-FF BR A B HR13C NMRAZ i 1 14

[0020]  |&] 32 MR —2—FF B A It 5 ERHRMS R 70 G ] 5

[0021] &4 bR —2-F B35 % 2B R LH NMRAZ T 1] ;
[0022] K52 HEME-2-F IR-B-25 2 2 BE 1 3C NMRAZRETE 4] ;
[0023] &6t —2-F e —B— 25 &' 22 i BRHRMS pe 70 1]

BASREST

[0024]  "NTHI45 A HARSL GBI AR B AR — DRI VEAI UL 8 TG Rk T AR R I
B AR EANASKE AR B A4 BB 52

[0025]  SEjidsl—

[0026] IR FH & el S AR L R — 2 B R A P B2 T 11 £t 2% 7 s«

[0027]  EHX10mmo 1 &M B A1 10mmo 1 MR —2—- FH BRVA T 100ml e S ke, ¥ FE 10min
J& > IINA-"FRZ LML E (DMAP) (5mmol) Fl1-2.3&— (3- R LG L P 3k) BRIk — U g £h iR &8
(EDCHC1) (11mmol) , % iR it , TLCHE I I B2 CF il : B2 2.5 =10:1,Rf=0.5, %54} 254nm
Bth) , BRER R BL 2 mi o 3] A HLAE AR 7K 50mL¥E s » -3, B FH5OmL I FI &AL EA W e 35, &
T, B HUA T KNa 2S04 118 , W a 190 P o FRL P74 FH50mL — &0 B e V88 , N 100-200 B
kAR 4g , P e THEAE , H180g 100-200 H MR A Ak A ik : IR 4 BE=60: 112
(b N SR E SR A yas /R

[0028]  SEjiifs —

[0029] /R FH & kSR AR b R — 2 B R A P B2 TR 1) o) % 7 9«

[0030]  HX10mmol%F M- EEAI10. Smmo 1ML IR —2—FF RV T 100m L T #1 & R e, e+
10minf& , IIANA-"F ZFEMLBE (DMAP) (4mmol) Fl1-2, 3~ (3- - H FEZ FE T IE) et — W %
EHEREL (EDCHCD) (11 mmol) , = AEFE, TLCIE I s B2 CF yihiTik : B2 . lBE=10:1,Rf=0.5, %8
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Ah254nm i ) , BRIER [ B4 5 o 181 A HLAE R Nk 50mL B % » 20 T A 50mL i G Ak A vk
Bk, 7 A B IS 7K Na 2S04F 18 , W Aa 4960 74 o KL ) FH 50mL — &R e v i, N
100-200 B (1% Bedg , JE Be THERE , FH80g 100-200 B HFE I JE ks b FHA ik - 2.1 2. B8
=60: IZM2EM, 44 . 551521 B b7 .

[0031] st 51 =

[0032] IR FH & ek SR AR I W —2 - FR BB 45 B = B R 1Y) Wl & g Vs«

[0033]  7E=F1eifE , AMAFREL 20mmo 1 B—45 &' 2 i F1120mmo 1 ML W& —2— FF R ¥4 -T-200m1 T
B SR e, PR 10min f& , INA- 2 BE L g (DMAP) (9mmol) FH1-2, 3~ (3-—H &
FET L) Bt — G EhER £ (EDC » HC1) (22mmol) , =38 N ieH: , TLCHE e B2 Cf yhi Tk = 2.
R BE=10:1,Rf=0.5,284M254nmig 1) , BB S N 42 4K 5o 1m0 B AILAH R N 203 7K 100mL e
B 3 B I 100mL v AN SALBNIE LIRS » 73 VR, A ATUAH FH 2 7K Na 2S04 1158 , e 4 (KR 40 o
FHL™ 4 FH10mL — S0 Gedas fig , NN 100-200 B (I RERS g, 0% g T-H:4E , H1100g 100-200H
(IR B JE BT AR 20 5, e IR 550 P e < 2L B8 L BR =80 VIS YL/ , ik 4 . T 15 )5 15 21 B brr=
Y

[0034]  SEjii 5] Y

[0035] 0K FH] & el S AR I R —2 - R R -B 4K B A B R 1Y) Wl 2% T v -

[0036]  7E = FIREifEH , INAFRELH 20mmo | B—45 &' 2 i A2 Lmmo | ML W& —2— FF R ¥4 T-200m1 T
BRI & F B, BEEE L0min 5 , IINA- &ML IE (ODMAP) (8mmol) Fil1-Z, 3k~ (3-—FF 3
LT L) BBt — & SRR £ (EDC » HC1) (22mmol) , Z= I N ide , TLCHE I B2 Cf ik = 2,
BRZBEE=10:1,Rf=0.5,54b254nm i 1) , BRBFE SN A2 48 1o 1) A HLAR o 2h g 7K 100mL%E
B 3B B I 100mL Y A ALBNE MRLBE R » 70T, A AR FH 2 7K Na 2504158 , W 4 (R 4) o
FHL= 4 F10mL &0 BedasfiE, NN 100-200 H [ RERS g, 980 BE T-FE4RE, A1 100g 100-200H
(IR B JE BT AR 20 25 5 e IR 550 FH A I < 20 B8 L BR =80 : LIS el , k4 . T 15 J5 15 21 B brr™
Y

[0037]  (—) EFr=¥IR0 &5 M RAE

[0038]  JEid 21 & A B il (HR-MS) A ML IR (LH-NMR  13C-NMR) 43+ 5l of 52 it 451 Ffr 43
E A5 7= e -2 B I A - B I RN e —2— R iR B 48 0 22 B R R AT 45 M R AE , AR K s
T

[0039] kMR —2-FF R AT B : JC IR VA . 'H NMR (400MHz ,CDC13) Sppm 9.32 (s, 1H) ,
8.75(d,J=11.07Hz,2H) ,5.52 (t,]=6.02,6.02Hz,1H) ,5.11(d,J=17.08Hz, 1H) ,4.96
dd,J=14.72,7.24Hz,2H) ,2.24-2.04 (m,4H) ,1.79 (s,3H) ,1.67 (s,3H) ,1.60 (s,3H) ;13C
NMR (400MHz , CDC136ppm 163.94,147.55,146.30,144.40,143.69,131.90,123.64,118.41,
117.520,63.19,39.58,26.23,25.67,17.69,16.62;HRMS:m/z (EST) [M+Na] "H 1K
283.1422, 52 {E 283 . 1414,

[0040] kMR -2 R -B—48 B 24 B - T E IR A . 'H NMR (400MHz , CDC13) Sppm 9.31 (s,
1H) ,8.75(s,2H) ,6.28(d,J=15.84Hz, 1H) ,5.80-5.71 (m,1H) ,5.58 (dd, J=15.89,7.36Hz,
1H) ,1.97 (t,]=5.93,5.93Hz,2H) ,1.66 (s,3H) ,1.58 (dd,]=12.82,4.97Hz,6H) ,1.44 (dd,
J=5.60,3.89Hz,2H) ,1.00 (s,3H) ,0.97 (s, 3H) ;*C NMR (400MHz ,CDC1s) Sppm 163.20,
147.43,146.21,144.46,143.97,136.30,131.85,131.565,129.55,74.33,39.31,33.88,
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32.66,28.67,28.65,21.35,20.71,19.17;HRMS: [M+Na] ‘found 323.1735
(caled.323.1735) .

[0041] M EUEHT 48T, 455 40 A6 (TR) i 4> #F 28 Ui (1HR-MS) FlAZ R L R i i
(13C-NMR) 7] B 5E Fr 1544 & W R0 it g —2— FF R i e i At e —2— FR IR —B— 48 &0/ 2 B s o
[0042] (=) BEAR/=WAE MR E A 1) &

[0043]  DL95% ZBEAE VA, K B AR =4t e —2- B B 4 i B i AL e —2 - FR -5 0 =%
Tz T8 4 S T 8 B = 40 B L 6 RV 43 TR0 . 5g+ 1. 08+ 5. 0+ 10. 0g 115, 0g iR 55 H bR =4
(RIVAT L SR 5 3 A I BBy R DA IEHK 100g 23 [ B MR 22 b, 45 1], 2%-Hki% H 10032 [
—EEEM, B TIRE22°CE1C,IEE60% 2% FEE A M4 TP EAT48h, YRR o b FERE Ay
25 1AM, ot BEAE (R A 70 A 1R S Y T 25 11 T P 48h

[0044] R 1NEWE—2-FF FR B I BE BRI A PR 45 1

[0045]

AR 0P B A ot B P4 S

B (%)

0.05 | LREF, RE B, Bhed TR, AREATAE,

0.10 BB FIA, BFAmRE A, B URE, LR

0.50 REENE, RTARFRER, Fhmiina, Bk kg, #
FHLM.

1.0 RRENH, FhE, hmBE R, B URE, 2 RS HTS,
A Rk, SHEY.

1.5 EEENE, FHE, EhwRBa, MrsURE, vRREE,
ARk, HRE.

[0046] R 2MtNE-2-F R—-B—25 B 2 I HR A0 TN PP 45
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[0047]

R -2- T BR-B-K T | AR

ZEEEE (%o )

0.05 REFA, HE. RE, GBI,

0.10 RREIE. A RE, SBERER, o0BFERRT,

0.50 REFIH BTEABIES. K, BEA, Hiedtd, o4
#,

1.0 EREIE, A RERL, Bhe®URE, BARR, EimiEii

| B, EARE, BHRM.

1.5 ERZIF, HEAFTER, BEURE, BB, $ARY,

Rl K |
[0048] VA b fvids , A A B i B A S i U 3, ABLA R B R AR P98 T AN SR PR Tk, AT

J& T A BRI RN RAEAR K 18 8 I BORVE E Y, n] 5 5y A B AR AL B0 e, #8RL
TR AE AR R ) ORGP Y o DR B, AR A Y ) DR 7 Y BT 2% A ASURI 2SR ) ORAP VT e o
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