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EMIZEFHERAZARARIZE » BIERR 82T T (B 55 i 2R
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BWERZITEETERRES M ESsdE BiE(ey - B
o NREESESAEZ BB LG BT  RuREEET
oo R - REBE -
=yl

[0037] DAF > RIBEHGI BEBHRIAASHE  BABEREE
Rz FEHE - BE  HHEG - &bz T, & "%, RERRER-
RARREEERE -

[0038]
(B 1)

REHEE ST B> 100 mL FU &R 500 A B 2 49.55. g »
K 13 5%EHERKER 15.92 g(0.047 mol) » Bt - FHEER
KA SC TR 16 NG T K- DATRTRZ 2-Z & ETE FE-4,4-
R ZHE Z Bk 215 8.88 g(0.040 mo)EAFRZE 9.95 g VIR ARE I EE
e FEANAERTE 0 FOPUR SCTEMIERE 1 /N - B KBHEFREH#
ToRMETSZ FEBETREBIEE  BEEE -FE3-Z“HFEM
I-4-F8 B CFREE 1-FRE-S-“H AN -4- BRI /S S 7.98
g(EE R 92.8%) - & WORAEBA7£(HPLC » High Performance Liquid
Chromatography) /3 #i Fiffe 2 B4 & » FIFREHREMSAETE
B ERAIFEHEBREZ ENL(EBYLL) A 97.4 1 2,6(HPLC EMELL) -
% > % HPLC BRI E 1 4 - X » & HPLC Z & HFRIRBLT -
- AL PEEL4 [ Inertsil ODS-3 ) (4.6x150 mm » GL Science 2\ H]
| |
< JRE 40T

ﬁ%

(i
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« i3 1.0 mL/min
CRENFE AR ZBE B 0.2 BETE% AL /KIETE A B=45 ¢

55
- KRIZS O &) ¢ 220 nm
[0039)

O O
HFzCJ\ﬂm)kOEt (2—1)
OEt

[0040] KPS 4SS 7.00 g /RIMNZE 30 mL Z A RIEZ
AoBLEERE T JOABEKE 10 g RINEE 1.7 g 2 1% » —EFI G REES 1T
BHE—EICRE 70CMEABEESE - FIEIDNEMEEHZERSA
EBC ERMTLBBEE BTHz SR ETREAE %
EITREBER  BE -RE3-ZHPAMMA-RB I AEER
5.99 g - BATEE Y ALY 'HNMR Z 5 RRRT -

'"H - NMR (CDCl;, TMS, ppm): § 1.35 (t, ] = 7.2 Hz, 3H), 3.96 (s,
3H), 4.31 (g, J = 7.2, 2H), 7.11 (1, ] = 54, 1H), 7.90 (s, 1H)

[0041])

(BBl 2)
REFREST REBHEZ S0mL ZOOERT  JUARE 445¢
K 8.8%EL B AL /KIE 12.0 g(0.022 mol) » BAAIRHEE - FRHEERER
}ﬁ SC TR 4/NFK 2-ZEE T HE-44-“ R M 2Tz 50%
FRZEE R 8.90 g(0.02 mol)EMEH & - HIN&E K% > B/KEERHEE
EITOW - HATESZBXREHETREBLE  BEES 1-FE-3-24
AR DR -4- 30 B8 ZBE S 1-FR AL -5- —E AN M -4- 545 2.5 > B B 45

102116857 1
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aer 3.90 g(EEZR 95.5%) - FH S RURH BT AMHPLC) SIS 2 A&
‘om0 SRAIBEREZ EKIL(ERBYL) R 94.1: 5.9

[0042])
(EHepl 3)

REFERES RBEHEZ S0 mL ZUCERS > IDAFR 8.60 g -

5 8.8% B FHER /KA R 12.0 g(0.022 mol) > FAIEH - FHEEER

A SC T EERF 4 /NFF G 2- LR AR R EE-4,4- “ R ZBEZ B 2B 34%
HZEA R 13.1 g(0.02 mo)FEIIEHE | - FhI&EHR% - K KBEFEE

TR - BTG ZFRBETREBLE  BRES 1-FE3-Z&
AN IR -4- 5218 Z BE 8 1-FRE-S-“HF AU -4-%H 2By Qas
fr 3.95 g(EZR 96.7%) - & B = UK @A (HPLC) 23 A AT 15 ZE@
‘Ham  SRATEEEE Z ERL(ERBYLL) R 94.1: 59

[0043]

(EHEB 4)

REFREST RBHEZ 50 mL ZOOERED - JIAFZE 18.00
g~ K 131%E AR KR 8.00 g(0.022 mol) - GBI - EREE
RIPR SCTRER 24 /NG 2-Z 8 AT HE-44-_ KM ZB 2B
Z 34% AR 13.10 g(0.02 mo)FEINEH & - THHNAEIRIL - KK/BH
HEREBETOR  HRAESZREBETRELZSE  BEEE 1-54

"R A4 OB RS- T E R EMM-4- R 2B
HE454 4.00 g(E X 98.0%) - F&H & RURAE BT /AHPLC) S T Fi RS
ZHBER  ERAEFREEZARIL(EBYL) A 989 1.1 -

[0044]

(HHEB! S)

102116857 12
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PREFEREIT KB 100 mL ZHOERS > fIABE 24.8
g~ K 13.5% B HER/KIER 7.96 g(0.023 mol) - FHLEHEH - (EHEER
EINAUR SC TR 0.5 /NG 2-Z R THE-44-ZF 2B 28
4.92 g(Netd.44 g » 0.020 mol) L FFH 4.92 g VR EBREINEH B - 5F
ER%E - BKERPREETOR - HATERZFREGETRELE
Mo EEES -RE3-ZHEFPENMW-4- B RS 1-FE-5-ZEHFE
UHERAE-4-FR R L BE 2 O BAE S 3.68 g(E X 90.0%) - SRR EETE
(HPLOS Tl 2 B B4 & - GRATEARE Z ERIL(RBYLL)
B 91.5: 85

[0045]
(ETHE B 6)

MEHEBE KB 100 mL 2 YO&EHES > A F 24.8
g~ K13 5%EHEMKER 7.96 g(0.023 mol) - FaEME - FHEER
RIAPUR S0C NN 22 /NBS i 2-Z SR T E-44-“H B2 M 2B
4.92 g(Net4.44 g » 0.020 mol) &z A% 4.97 g Z R B EMEH D - 7§
IN&ER%E > BKBHEREBETHR - HATEBSZ FRBETRER
o BEEE -RE-3-THEPEAMW-4-20 LB 1-FE-S-“HBE
UEraE-4-52WE L FE 2 SR 3.86 g(EER 94.5%) - FI @R E T A
HPLO AT ERZHEMN - SRATFEEE Z EML(EBYIDR
94.2 1 5.8 o

[0046]
(BHEH 7)

MEFERE REHHY 100 mL ZIOCERS - JIAFEZE 24.8

g~ K I3S%NEREMKBR 7.96 g(0.023 mol) » FtEEH - FRAERE

102116857 13
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ERPUR SCTRER | NS 2-Z 8 E T HE-44-“ R 2B 2K 2
4.92 g(Net4.44 g » 0.020 mol) L B3 4.97 g ZIREBRBINER P - 75
&R % - K KBERBPEBETTR - HFTERS Z BEBETRELE
R REEE I-FE3-“HFEMUM-4- BB IR 1-FE-S-—HRE
MEog-4-32 02 CB5 2 O 45 & 3.86 g(BE R 94.5%) - RIS BURMEEITE
(HPLOZ MR Z B BE & » SRAIE MR E 2 £ RL(REBYLL)
B 97.6 2.4

[0047]
(B HEH 8)

PRFERES KB 200 mL Z OOBEHE - JOA B3 79.92
g~ K 13.5%EHEM KB 7.96 g(0.023 mol) > BB - FRAEE
EAPUR SC TRERE 18 /NS 2-Z 8 AT HE-4,4- “ R BB 2
4.92 g(Netd.44 g > 0.020 mo) L EH# 8.88 g R EARBINEHE T - &
% R%E  BKBHEPEBETIIR - HEREZ BFEREETRER
B BEARE -FE3-ZHRAEAUM-4- KB IR -PE-S-ZEFE
ok -4-¥2 % 2 BE 2 B R4S & 4.00 g(FEZR 98.0%)  #EHH & RURAR EHT/A
(HPLO)Z AR/ B B & » SR EEE Z £ REL(RBYLL)
$598.9: 1.1

[0048]
(E B 9)

MNEFERE REHHEZ 300 mL 2 MOERS > JOAFE 155.40
g~ K I3 5%EREM/KER 7.96 g(0.023 mol) - FALEIEH - (EHEE
FHRPSE SC TR 23 /NG 2-Z F R T R R4 4-“HZMZB

4.92 g(Net4.44 g 0.020 mol) B A% 22.20 g Z R EBRBINEE F - 7

102116857 14
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IN&ERE - ROKRBEBRBET IR - HATES 2 FREETREL
B EREE -RE-3-TH P AAMLM-4-58 7L 2B 1-FE-S-—H P E
ULPAE-4- 32 ER 2.5 2 0 B AE  4.04 g(FE 2R 99.0%) - FHSBURMEEIE
HPLO) 2Bz Bt 4E & - S RATE MR E 2 & RIL(EBL)
5 99.0 1 1.0

[0049)
(BB 10)

HEEERE REE#EY 50 mL ZVOOERS » 1A ZE 28
24.78 g ~ K 13.5%EBE A EL /K /A 7.96 g(0.023 mol) » BH4EHEHE - {F A
TBIENAUR SCTRERE 16 /NF 2-ZEETRE-44-Z 2028
2.5 4.92 g(Net4.44 g » 0.020 mol) & Z B 285 4.97 g ZIREBRHEINZE
Ho - &SR %E  RKBRZBRZERETHR - HFESZ 28K
ZEEEETREBE R  BEE S 1-FE-3-ZHF AW 4-5 1% 2 B
1-FREC-S- T AR AR M -4- 50 B C s 2 R B 45 & 3.91 g(FEZ 95.8%)
HEHEERUREBITAMHPLO) SR 2 X B 0EE  SEREHE R
B ZERL(REYE) R 94.7 1 5.3

[0050])
(EHEF 11)

REERE KBS S0 mL 2 UL - J0ASS 3K 24.8
g~ K I3S5%ERERKER 7.96 g(0.023 mol) - FHtEHEH - FHEER
R SC TR 22 /NI 2- SRR E-4,4-“H LB 28 2.0
4.92 g(Netd.44 g 0.020 mol) 8 —FH¥ 4.97 ¢ 7 REBRBENEH
e TN RTE  BKEEM R REETOR - HFESZ M _F
FEETREBRZE  BEEE 1-FE-3-ZHPAMM-4-548 285 1-

102116857 15
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FAL-5- @ R AL R -4- 30 BE A FE 2 IS R B A5 & 3.59 g(E =R 87.9%) - ¥l
ASREEEITAHPLONMAIERZERCERE ERFIBEHRE
ZHE R EE(BREYIEE) R 945 1 5.5 -

[0051]
(BBl 12)

MREFREST RBHEY SOmL ZWOERT » fIAFHK 8.60g -
K 35%EE Z AR /KB 3.78 g(0.022 mol) > BB - EAEERNN
am SCTRERS 4 /NI 2-Z8ETHRE-44-“HIMEIELEZ 34%
FRZER 13.1 g(0.02 mol)EINEE T - FIN&ERE - K KEHFERE
EITOR - HFESZPERBETRELE  BSEE 1-24-3-2#
AL -4-55 B8 2 B8 1-Z4-5- " B AMM-4-BR L s
g 4.15 g(ER 95.1%) - HH SRR HEET AHPLO SR 2B &
S ERAIZEEEZERL(EBYLL)R 965135

[0052])
(Bl 13)

PEEREST KRB 50 mL ZHOBEMT > IIAFE 8.60 g
K 8.8%EAFHELfH/KIA M 12.0 (0.022 mol) » BAAIRHF - (EAHEERRN
Mo SCTER: 4 /NFAF T alz0(2-2)FTRmZ 2- L8 E o FHE-4,4,4-
ZRILMIME LEEZ 34%BZEER 14.1 g(0.02 mol)FINZEH P - 7FI0
ERE FKERAREEETIR HESZHREETREBEZE
ESEE |-FE3-=ZF HEMM-4- 8K ZFEE 1-FA-S-=F FA
W-4-BEE B HEREE S 4.30 g(BEXR 96.8%) o FEHERRMHEENA
(HPLO)Z TRz B B 4E & » ERATHE B K EH Z LK L(EBYLL)
B 96.1:3.9-

102116857 16
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[0053]
0O 0

FaC Ot (2—2)
OEt

[0054])
(BB 14)

BB R HEE > S0 mL 20U CISBHEG - A 9% 8.60 g -
R 35% 8 Z 3R A R 3.78 £(0.022 mol) - BIAHEHE - (5 BRI
B SC RN 4 NI 2.7 T 4,4 4= R 2B 2B 2B 34%
BT 141 g(0.02 mol)FINE R - WINGRE « A BREEE
TR - BFESZ FEEETRELE  BAEE 12534
R4 B 2B -7, B-5- = M4 SR 2 B [
S 4.50 (R 95.3%) - F6 i B RCRAR A (HPLO S AR Fr BB > B 8
8 EEMEIEE Y £ R LRI 96.4 3.6 -

[0055])
(bl 1)

BB RIS S0 mL 2 OO GRS JUA T3 248 ¢ -
B 13.5% 8 B R KA 7.96 20023 mol) » BIAAEHE - PR SCT
FEES S 4809 2-Z R TME-44-"E2HZMZE 4.92 g(Netd.44.
g+ 0.020 mol)B ¥ 497 g ZBABIUEMEBL S « WINAHE » 1
KBREEBETHW - BFRE > PR ETRRESE  BEaa
-3 g L4 S Z BB - oS- Jg, R EOHL - $ B
2B HEEER 404 g(ER 81.9%) - F e BAURAE B AHPLC)
SFHERZ SEEES  ERANEREEY &R (EEYL) S

102116857 17
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83.7:16.3 - F3& » ¥ HPLC B&RINE 2 & -
[0056)
(ELEfil 2)
NEFH B MBS 50 mL 2 IOERD » f0A 35%EHE
R AR 2.90 g(0.022 mol) - BAIAIERE - PR SC T EERF 5 7887 2-
LEETHRE-44-“F LB LT 445 g MBS - BN R % -
KBTS £ 0 A 1-F -3 T A 043 7
B 1-EREL-5-Z R AL M -4- 52 B ZBe 2 FRIG TR 3.6 g(BEFE 45%) - 3
& BRI EAHPLO) S/ 2 R@ Bl GRATZEHEERELZ
HERREE(RBYIEL) R 77.8 1 22.2
[0057]
(ELEf 3)
MNEERES REHHE Y 5S0mL ZWUERT - fIAFX0.89¢g -
Ko 13 5% AL /KE R 15.92 g(0.046 mol) - BRI - EHEER
AR SC T RERF 1 /NG 2- ZE B R E-44-_H LB 2B 9.84
g(Net8.88 g » 0.040 mol) L EH% 0.89 ¢ RSB RHBINEH T - HE
TR N R ERPIT B e &8 - BN REE R ERK
BE=NR - SREEBBMARAAR - RIIFER 10 g METER - H
TG FRBETREBIZE  BEEE -FA-3-“HRENM-4-78
FRZBeid 1-RE-S-“HFEUW-4-ZH LB RECES 7.73 o(E
R 65.7%) - MEASEBBMEMNAZMHPLOSHATESZEE=EER » &
RATEHEREH 2 EREL(EBYEL) R 89.0.0 11.0 -
[0058)

(EEE B 4)

102116857 18
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REFERET KEHE Y S0mL 2 WOEMRT > JIAFE¥0.89g-
K 13.5%F R /K A #L 15.92 g(0.046. mol) - BHRIEH - ERAEER
PR SCTRER 24 /NS 2-Z8 BT HE-4,4-“F 2 2B 25
9.84 g(Net8.88 g » 0.040.-mol) L FH¥.0.89 ¢ R EBKENER T - B
o OBINERENRERTITERENHEZES - BNEREBERE
R EZZE R SERE BB RARE - RIEP R 10 g TETREE
HATERZ FREETREBRE  BEaE 1-FEA-3-ZH P A M-4-
RBLEE 1-FES-“HRFEMY-4-ZH I REAESE 698
g(EEZR 70.4%) - FEH SRR BT EMHPLC) I i 1 2 18 = a4
R ERAIEHREE Z ENEL(RBYILE) & 85.0 1 15.0 -

[0059])
(ELEH 5)

REFERE KB 100 mL Z OERT » J1AK 8.67 g
48% A ALK 1.68 g~ Kt 35%EE FA BELF /KA 7R 4.08 g(0.031 mol) >
FILBIEH - IR SOCTER S 08 2- 28 BT HE-44- 8 28
ZBg 2.5 4.44 g(0.020 mo) K FR 4 38.5 ¢ ZIRE BB AN ZEH S - 0
SEIRT& FOPIR SOC THERE 10 4788 - &1 > KRR REHETH R
WG ZRRBETRELE  BRES -HE-3-ZHF A4
R L FRE - E-S- TR AN -4- 40 2 BRr EHEAES 294 g
HHEERREEEHPLO) SIS EHEES > FIABER%E
HMGRETER  GREXRR 72.0%  FiHEEE Y £ REL(EBYL)
£599.11 0.9 - F#& » #H HPLC TR MBS 2 K@ BT
SRUER 23.7%SHFR -FE-3- T H P AMLMW-4- 55 2 B > K
ERAZ 1-FRE-3- T R AN M4 55

102116857 19
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[0060) rlE4E EMEHER] 1~14 RELEB] 1~5 ZREMRE
FOER - KEBMLLETRRTR IR 2 -

[0061]) [ 1]
B 1RER B2 RER. 21 HEA
AR | B 1 BIRATE |BEEZBERCTEY| F2 BRAE | BI+E2E
Ri|E@)| HE | E@) Re|Rs|E(g)| TEEE |E(2)| HBEI()
EHE 1 (Mel2.15] EX |49.55 Et|{Ft| 8.88| EB%X (995 59.5
BHGI 2 [Me|1.05| EIE | 445 Et|Et| 445 | EE3 |445 8.9
%3 [Me[1.05| B#E | 8.60 Et|Et| 4.45| EF3% |8.65 17.3
EHG 4 |[Me|1.05] EX |18.00 Et|Et| 445 | E¥ |[8.65 26.7
EHF S |[Me[1.07| EXE |24.80 Et|Et| 444 | ¥ [4.92 29.7
EHE 6 [Me[1.07| X [24.80 Et|Ft| 444 | B [4.97 29.8
G 7 [Me|1.07| B3 [24.80 Et|Et| 444 | EX |[4.97 29.8
EHG8 [Me[1.07| EX [79.92 Et|Et| 444 | E¥ [8.88 88.8
EHEGI9 [Mel1.07| EX  [155.40 Et{Et| 444 | B (2220 1776
FHifl 10 [Me| 1.07 |ZF 2. 85| 24.78 Et|Et| 4.44 (25 ZEBg| 4.97 29.8
EHEE 11 [Me| 1.07 | BB %[ 24.80 Et|Et| 4.44 [#—EA%E| 4.97 29.8
EHGI 12| Et|1.32] EBE | 8.60 Et|Et| 445 | EB¥ |[8.65 17.3
EHEE 13 [Me| 1.05| EZE | 8.60 Et|Et] 479 EBE%*¥ |9.31 17.9
EHG 14| Et|1.32] E%X | 8.60 Et|Et| 4.79 | EE% |93l 17.9
EEEEBI 1 (Me| 1.07| EFZE | 24.80 Et|Et| 444 | E%X [4.92 29.7
EE#] 2 {Me| 1.01 - - Et|Et| 4.45 - .
EE#RB 3 [Mel|2.15| B | 0.89 Et{Ft| 8.88| E¥% [0.89 1.8
EE®efl 4 [Me|2.15| EEE | 0.89 Et|FEt| 8.88 | EF% |0.89 1.8
Eei Bl 57 [Me| 1.43 - Et|(Et| 444 | EZ% [38.50 38.5
*1 : 2 NaOH 721 T TR IE

e e T R T Rl R T P T R T R R R T T R R T T T e
an) Jaoll Haol un Bund o0 Kool ol o ofl Rand Ha of fa v ool Faol Fa ol Rant ool ool ok Hos
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[0062] [Z= 2]

(5 1 BAE+ | %1 5155 EIEYIEL(%)

F2EHAE)EE| /(B 1 BT |EIEE| CRE | BR

BEZMEECTEY |+ 2/HAED) Bb | (C) | (%) | *1 | *2

(%) (%)

FhEH 1 6.7 83.3 16 5 19281974} 26
5] 2 2.0 50.0 4 5 |955[9411 59
a3 3.9 49.9 4 5 19671969 3.1
Ehepl 4 6.0 67.5 24 5 | 980989/ 1.1
EhH 5 6.7 83.5 0.5 5 19001(915] 85
=Haf 6 6.7 83.2 22 50 | 945942 5.8
BHefl 7 6.7 83.2 1. 5 | 945(976| 24
F e 8 20.0 90.0 18 5 |98.0([989] 1.1
el 9 40.0 87.5 23 5 199.0(990]( 1.0
i 10 6.7 83.4 16 5 958947 53
= 11 6.7 83.5 22 5 879945 5.5
Bhfl 12 3.9 49.9 4 5 951965 3.5
B 13 3.7 48.0 4 5 | 968 (961 3.9
EHp] 14 3.7 48.0 4 5 1953964 3.6
ELEA 1 6.7 83.5 0.08 5 819 | 83.7 | 16.3
gl 2 - - 0.08 5 |450 (7781 222
ELEfl 3 0.2 50.0 ] 5 1657|890 11.0
ELE 5l 4 0.2 50.0 24 5 | 704 {850] 15.0
e 5 8.7 - 0.08 50 | 720 [99.1| 09

*1 0 1-HUR-3-Fe B0 R -4- 3R R B
*2 1 1-EUR-S-mbe AR e -4- SR IR e

(B3R EZ A A A

[0063] AZFEAZ BLE T AT HEM A MFE THE MR EFERE
ELRBREZERFTEEEFERZ -RA-3-A AN M-4- R IR A2
Jii
(T3]

2
i
FARM)

102116857 21
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5 B A 8l [E
. —f& 1-EA-3-Fbe A -4- 8 BB 2 B8 U705 - % 1-BU-3-80
Bt -4- 2R AR TABRQ)ART RV ETEZEEOTS
B FEEF 0.5~30 /N A T BT RN Z B A ZBRERITE
VIRE2EWARZE L RERRMIZEESE TREN(DFTRRZ
EBRE | BIRARIZE | RIBRT  NAFEE AR T ETRE
M{EER-5~80C 2 R ERE T EITRFE
S | AR R LS 2 AHIERID R REE - B - ZHE
8K 8K ZHIBE - CBTE  MRE_SFEPZE20E—
==
AR 1 BSOS IS 2 ARSIz &5t BEEE RN D kE
ZEERETTEMZEER 1~60 &
FAEE 1 FHOATI LS 1 AISHE EAEE 2 AIERIZ &
PREZER 40~95SEHE%
R,-NHNH, (1)
(BHt@=()F » Ry "R EHRZEREL 1~6 ZheE)

O 0O

R2

F
Rs3

OR, (2)
ORs
(L#t@ERQ)P > R, BREETFHIHNEZRET > Ry BREAET - &5
% A RERFHEFETFRAZRE 1~12 ZfE » Re K Rs o7
BRI TR B 1~6 Z e Es)

102116857 1
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(RaEAG)T > Ry BRI ERAZIRE 1~6 ZfeE » Ry RRER
FTHEEERT  RFRTEET  FETF  HTLERFHERE TR
RZBRE 1~12 Z Ik » ReBRIRE - 1~6 ZheHk) -

2. MEEEREES | RZ 1-HU-3-Fbe A0 -4- S i B S 5
Ao B B 1 AHIARIN Ll | BHEOSEIE ElEs 2 A
BRZ G TG ZER 65~ 8&8% -

3. WMHGEHEMEREE 1 32 H L 1-BUR-3-F b AL -4- 52 B s >~ B i
iAo B EAUSE | ARSI K B 2 BEIAEIS IR RS -
ZHER - RIBIBETZEVE—F -

4. WEHGFEFERES | H2HZ 1-B-3-Fhr AR -4- A Be s i
J3A 0 B BHSE 1 AHIARIE EE 2 BRAEIZ G5 EEE
R EAMRE ZBETAEYZEER 5~60 %

5. JUEREE FFEERESE 1 B2 IH 2 1-HUf-3- %‘\Iy’%ﬁéﬂttﬂi 4-R s B
iR B P2 RERTRERZ LIBREZBETEYMZ
=N B S 08~12 EEE

102116857 2
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