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AELBRAMERACERB/NN-Z R E ZBEINN-Z
RERRMKE - 1,3-ZFE-2-WEKWE - N-FE 0%
Bl ~ NN -Z“HREMHBANERSE - ZHFREE - ®ESN,N-
“_HREZEESNN-—_REFAEE EFRAESIGEER
EIFEE REBSBEEEEFEE  FHEEIEE
EXISEEE -

KTBRIRENFERI~24/NE WEB2~ 6/ -

[0038]) [% BR H]

[0039)

N

0

¢

(1)

[0040) (R » RP°FBRCI1-C6tx i - HXE T 8 - HX

AERBEEERRE  THHBEBHY BENEET
REBEET BAOOheawETERAMEER Q)
CHUEVHNTER  NEHBRENE TBHD  BEY
FET SRERET BAOChEWETER A
BENRETRE WMHREAONOZLEWH S E -

ey
[
S

B
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FRALEMERZHEE > ENN-ZHEZEHK -
NN-ZHEHFmEK - 13-ZHE-2-UgKWE - N-FE

HHEER NN-ZHERNEREZFIBEEREB K
LEBEABELBMIEXRXRTENRESER  BES

NN-“HEZHE NN-_HEFEEERCEMNE S B
HLEEZBUEBRBHHE LB ZIEXNPFENRABE » F&
BNN-—HFEZEMREBAXNE ZIBIE HEIZIELSHE
Bl - HESLERFBHEENEBEEER L 2B ZEXFES
IBEELUT BERI~BEEE EFEBI~2EEE -
HFFERACAENEB3I~30FEE  BEBS~15EE
E EEBIO~ISEFEE -
ERATEMERACEE  flW > WE-K - CE -
aELE - L-HHBREZEE WELH - HRBZHE
wWEE-SE  =FER-EAMECHEE WEXHEZ K
O OBREBSE-BR FEBSS% IR HAAERZEBHEDY
ER0B~03FEE WERKBIOIS~I2FEE -
ATRBEGCRBRETEST B0 EHXREES
£0.0~1.0MPaG» BE®R0.1~0.5MPaG -
ALTBRCREBERO~I150T » BEH20~100C >
EEBS40~70C -
ASBIIRENBEBI~2/NE  BES1I~5/ME -
FTRATRCEZREE FHERBERETEEY
RE  AIRIRGEECHEHKBCE  HFEEE -
ETRATRCEZEEYTFRERZCIE A& - &R
o ~Bifva WK BB FEE H-FPFER - =
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R REB&EALR  RiAhs MAs EEHE&HKL
g AERAELEE BHENRILIBILIEBRIN_-ERSES
MEZHKBEE HMERACBWERSISI~2.08 & >
REBI~12EE -

[0041] [& BR 1]

[0042)

(o]

ijt‘mjﬁ ﬁjm G(ﬁﬂ'”§fﬁ

o]

O)\ .R
0
o U
| 12
HN® R

10
(10) w2 HCI

@) 12

[0043) (X F ' R'EFERCI-C6kE & > R’ERCL-ColE &
» RPRIRCL-Coft & - HXR R B - )

AETERBERA(NNZAEDHEBHRABE Z3-(REE
BR)VXFRECVEBB T ETER BERERLRIE
BT EBAETHEBATOBERBERE)HEXG)Z L
EYEBEPETER FEEBERAOARELET  BILH
ER(12)ckEaEWHI L & -

RO hEWITEEFER LA FEARAAL) BREE
MAAER(ANDZERER -

AREBEANEBECI-(REEBE)ETFRELYS 0.8
~1528  BEBIOI~1I2EE -

AREROEREZERHANN-ZFEZEE - NN
“HERER 1R E-2-MEKME - N-FE M
IEH ~NN-“HERRERE - _HEHE-- 2B 2B
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-UE®E BESNN-_HREZEKE 2K - 2B -0
akE > HFEHAERS~IEEE  BRERBS~20FEE
 EERBIS~I8EEE -

BMEIAREZRERERO~60C HEBI0~40T
 EEBS10~30TC -

M REZRENEBS0.5~24/ B BES1~S5
INBE o

ArEBEEARECACICLEYNERERLO
~3 088 WEBII~2.08E -

AR EEEBEAOREZEBARZANN-Z B E 2K -
NN-ZHEFER - 13-"FE-2-UEKMBE - N-FE
Mg rEfd ~ NN-Z_HEBRAERFE - ZFHEE@E - O&K
m - ZB-NEEE > RESNN-ZFEZERK - - &K
- ZFE-WEKE  EFAER3I~30FEE  HESS
~200EEE EEBIS~ISEEERE -

FAREERIAIREZI=ZFEEWKIENER 0.5~
I2EE BEBII~IIEE - BEHFEHRA=-HEEWY K
AEEREA -

FRHREBRELCRECE  B=2FK ZZ2EER
- _EREZE > =ZTHK - N-BEIKRW - Z B F k-
1,8-Z 0V B [5.4.0]+ —-7-4% - MLUE ~ 2,6-— B £ M 1g -
B BB REB=ZZK - _ZEEWK - N-F
HERM - —H XK B HEAERI~IEE » &
ERI~TEE -

EHECRNECRERERZOI~30TC » BR{ESS5~
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20C -
BEECRKEZIRENBEREIS~24/NE  BESI
~ 6/ o
[0044) [ BE T
[0045)

o]

R )
o
OH
G 20
N o]
1o . —— O3 C
H N 0
NH 0 H
NH o 4
o S

| 1
.R
e O)\o | on

R lz
R

(12)
(13)

[0046) (R ' R'FERCI1-C64E & » R*E R Cl1-Cofr &£
» RPE R C1-C62 % - )

ELBRFBREHEBEKEET - BB F > B X02)
LhEMETESR  FABREET MBEEBERX3)Z
kEMHFER -

KERPERCHBEK  EEELMHKBR - &4
hEFEKBER SELCEKRKER TELMCEKRKBER  BE
BERELMKBER  HFEREB2LI~I0EE  ®WEBS3
~SEE HKBRNWEERI~IEE RERKI~SE

=

=

ATBRZER ENN-ZHEZERE  NN-ZHEE
HEEE - 13-ZRE-2- Mg KW - N-BEMER -
NNN-ZHEMFAEZRRE _HEf- FE- 28 1-F
BE2-WE - 2-FE-2-WE > MEKkmE - 1,4-Z B 5K -
CRERBNLFECRAEE  BEERKRNN-ZHEZ K
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*NN-“HEFEEK HE - HE-UEKE- - FE-Z
B EESNN-_BHEZEE  FE-NaKE(EELIL
P0.5~2) FE-ZKE(@EHEILLI0.5~2) HATERZ®E
BHERI~3ZERE  REBSS~ISEERE > EESS
~1SEEE -

RERERO~100TC » BERE20~60TC - E £ 40
~ 60T -

RENER2~24/NE » BER3I~8/NE -

[0047) E TR P2 KL EMRIFRB R KD B - M
kR HE - Ho8 - fid REHREDN 23 & &L
CREBNE BENAERERLBRZIBRMEMET -
[E 1t B ]

BE O BHERAFHBRB\BEZEE  BERXFHR
THFEIEMRE -

FREBALKRMNMR)FTZAMBELEYE » FREHD
REWK RS EENEBHREREs=8 & (singlet)
 d=% E [& (doublet) ~ t== & & (triplet) + q=/4 & &
(quartet) ~ m=% E & (multiplet) - K br s=% & & (broad
singlet) °

[0048) (%5 G 51 1)

4-[(E)-2-4-WEXE)ZKREIEXEF K FE (5-m)

.CHy
o)
: - OHC 4)
NO2 NO, O (5-m)

WS 4-EF E BE 3 B BS FFRE 15.00Kg(0.091kmol) 1-F &
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“4-F8 R F 12.53Kg(1.0% )M N,N-— H & Z B & 56.4L
BHRETHAEZR HAMNMFRPELIL.OKgR.I0EE) ®
RMBI4~23CHREBHINEBERALTRBETEREARE
AT HE & Z28%F B FEBIK26.44Kg(1.58 E)H
NN-ZHEZEEK141.0KgE® S X AR EHE ZE 2 N,N-
" HRHEZEEI4IKegER c REBREEBHB2.25/NERK
DRBELTEIOSCEHRN TRHMEZ 2 ZH8.30Kg(1.5%
)  R21~25CHEBHOSNFRETITRMEZZ/KTSL -
DRRERBASERZ  BEFHEHCER  KFULRRKRE
ZNN-ZBEZEKFHEKH3: IIREBE B 81.5L /Kk81.5L
ETHE BB CRERZHUNBOOCHERE T #1778
B B EI4-(E)2-U-BEEXE)ZKEEIXFBEF E
21.44Kg(FE ¥£82.8%) - 5B 195.4C . '"H-NMR (500 MHz,
DMSO-dg)é : 3.865 (3H, s), 7.579 (1H, d, J=14.0 Hz),
7.621 (1H, d, J=14.0 Hz), 7.817 (2H, dd, J=2.0, 6.5 Hz),
7.920 (2H, ddd, J=2.5, 4.5, 9.5 Hz), 7.995 (2H, ddd,
J=2.5, 4.5, 9.5 Hz).

[0049] (& f& #12)

4-(BE)-2-4-BEFE)ZHEEIEXFE FE(5-m)

(0]
O)‘\O,C Hy Q
CH
OHC (@) o 3
NO o, O (5-m)

i’ - E -4 & K 4.17g(30.45mmol) 4-F B B K H
R BeS.5g(1.1EE) FRRPEE3IIBnLQ.08 BE)EER
NN-ZHEZEEKSOmL > RIRE20~25CHREHINE
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ARENN-Z B E LB 20mLH B Z28% B EEH HEEFEK
BRIg(ISEE)RRTERBERT - H TR > LUNN-ZBRE
B ESmLEL RRABEREB|IUINER B30 & H
TZEB26ImL(1.5EE) - R20~25CHE M /K& E
MEEHOSgHI K2 mLEABRB FTELKE®RS - LER
EREFISINRR  BREBRTEZHESE  REFELUNN-ZHE
ZHEEIEE K3 1B W MW35mL» Jk25mLE 1T %% & - &
T CREELUINBOCHERB TETELZ R 53 EFE
EYT.68g(E F89.0%) -

[0050) (& #E %1 3)

4-[(E)-2-4-BEFE)ZHEIFXFE FE (6-m)

o (¢]
CH
/‘/\/‘/“\O'CHS 0’ 3
¥ aul
oh
HyN
NO. 2

" (5-m) (6-m)

ERAREBEET HAMEBAIFAEEZ4-[(E)-2-(4-
MEXE)ZHEEIFE P B P E10.54Kg(0.037kmol 3 # )
- N,N-Z H 2 Z B % 69.4Kg - 3%4$1-0.3%% % (EvonikZd
g8 > 58.9%E2Y)0.57Kg - Z HEEHRO0.58Kg - B K
FREE®R  £0.5MPaGEMEBT » UN12~58CHEHBH
4 5/NHEF o

MABRERBRER  BwalZEH25CTHIL  BEE®K
- MBAERB|SSTHIEE > BEBHE - BHELINN-Z
HEZEBMBM29 7Kgt B R - SHEER - BEABRMAE
WIEHMOCT RRABELTEHIUINEETRRAZE KK
843L%  LEBERBBEMIINE - Al ZERNBEH25TH
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E#® >  LRABEEBBROBOISINER  KEE®R -
BENMHEZES  URKRKZNN-ZHE ZEZHA
HAR/KE10: SEEBREIZI.LET®RE - BB ZRE
AN BAOCCERBE THETEZE » B H H4-[(E)-2-(4-F%
EEXRE)ZBEIFF B P EES.80Kg(E £93.4%) -

AT S R A-[(E)-2-(4- IR EXE)Z &£
X HBFEBRL17.06Kg DINN-Z F B Z B Z198.2Kgin 1B
EHOOCETHERE LRBELEINRETK168.6L%
UREBEERBINFE-wA E30CLUTH L LL20~30TC
BAOOOSINKRR  BEFMEZESE LB EE63.2L8 1T

BAEBZRESZUNBHIOCCERE T T8 8
BHEA[(E)2-U-BREFE)ZHEIFFE FE16.44Kg(
EEI6.4%)

15 B 218.2°C . '"H-NMR (500 MHz, DMSO-dg)8 : 3.836
(3H, s), 5.426 (2H, s), 6.575 (2H, d, J=7.0 Hz), 6.960
(1H, d, J=16.5 Hz), 7.233 (1H, d, J=16.5 Hz), 7.323 (2H,
1H, J=8.5 Hz), 7.616 (2H, d, J=8.5 Hz), 7.896 (2H, d,
J=8.5 Hz).

[0051] (& 1 B 4)

4-[(E)-2-(A-lE E X E)ZHBEIXF B F B (6-m)

i CH O 00'°H3
o O
N02 el C (6-m)

(5-m)

ERRBRET  HIWEMEHE 28 & E Z4-[(E)-2-(4-
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MEXRE)ZEEIXER R FES.0g(17.65mmol & #) -
N,N-Z B E Z B KE35mL ~ 3%4%9-0.3%% ik (Evonik/y 7 &
» 61.9%i& 93 ¥ )328mg ~ — H G 0.25mL - EY N 3k & R
BE® > £0.5SMPaGEMEB T » LL20~S55C B #H K5/ B
- HMARAKEREBEER  waAEZHTHEL BEBH -
BHBEEUNN-_RHEZHBEISnLERR s HBEER -
WABRMBERNBHOC REARERXRBHINEETE
REEAMOSgr K2SmLAR B LEABREBBRBHIUNE -
HAIERBHIOCHE LB LRABEBROINE B
&  UNN-ZBEZHBmEBEEERKB2: 1ES
BR2mLEFTEF BE - P LUPE2nLETHEF - ¥
FIBcBRERZUABRIOCERB TETRZR  BIHEE
& ¥4.26g(E FR95.3%) -

[0052) (& 1 1 5)

4-12-4-FEEXE)ZEIXRF B HEE(7T-m)

i CH o0

2 (5-m)

.CH,

ERREBEET  HmME KA IFREEZ4-[(E)-2-(4-
MEXE)ZHEEIFEPFE FE302(0.037molE #¥) - N
" HEFEKISOmL - V9 & K 450mL ~ 5%4T Bk (53% 8
F¥)6.34g MR ARERR > £0.3MPaGEME T >
LSOCHEAGINE NMAKARBEER  walE2#H25C
Bl FEBER THRETHAEANEKE - HmiDE KK
300mL B E T EHZ & 0 LL90% & K N,N-Z BB & B %
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60mL - HRK60mLETHF - A/ IEBKE & UG
SOCHEBRBTETELZR  BI4-R-G-BREXE)ZCEIFE
FHOER HOBE 24.99g(E £ 92.4%) -

5 25121.8°C. '"H-NMR (500 MHz, CD;0D)& : 2.795
(2H, dd, I=6.0, 8.5 Hz), 2.905 (2H, dd, J=6.0, 8.5 Hz),
6.638 (2H, ddd, J=2.0, 2.5, 8.5 Hz), 6.887 (2H, ddd,
J=2.0, 2.5, 8.5 Hz), 7.237 (2H, ddd, J=2.0, 3.0, 8.5 Hz),
7.878 (2H, ddd, J=2.0, 3.0, 8.5 Hz).

[0053] (‘& & B16)

4-[(E)-2-(4- { [2-B8E-5S-(IRIE-1-BE )X FBHME K&
V) RE)VLKREIFFRFERE9-m)

o]
o CHa
oh O
HN (6-m) X

(8-m)

) 0
o-CHs
b C_ 0 I
H
NO,

(8-m)

NO,

FRR|REET DA MBHIST » B & BE &
11.46Kg(1.4E B)E T ES5- 8 -2- L FE FT B 14.18Kg(1.1
EE) HFERTOSKg  NNN-“HEZEKO.ISKgH R &
F B ARERMBEHCICER25)NE®  ERET

ETEFEEZERERAIOSLE L BEHS-&-2-BEXF R
RLEYHNBREBR -
—HHE G EARKREET  UREB16~33T - ¥ L
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M B ZS-A-2-BEXFRFREAMYHNFEXBARBTEE
A3 EBAIAFTEHE Z4-(E)-2-W-BEXTE)ZHKE]
¥ EHEs FE 16.2Kg(0.064kmol) - = Z £ 16.18Kg(2.5% &
) S kmM216.3KgWWEG® T » LR X7.05KgiE &k -
MES0CEB2NEFER  BRMNN-ZHEZEK609Kg
 EREBTETREEEZRERSI162L BHLEEIRX

BEA4-(E)2-4- {[S-E2-WEXFHEEIKRE ) XH)
LHEEBEIFFBRFEAONN-ZFEZERER

MRAREE TR IIUEGE27.30Ke(5.0% 8)% > LA EIS
~98C HE#BINE - A ERRBRSICHILE  HFMNMAM
128.0Kg > IR BHSOCHEEI/NEFE T /KIZ0L - H Al E
RB\HIOCH L DR BEEERIOCER > BEWFWHZ
i m e |

K LLSO%R EE/K81.0L HEE81.0LE T ¥ > ¥ AT
BCRAGUNABAOCCEBRB TENTZR  BEHBHES
gu Z 4-[(E)-2-(4- { [2-FB & -S-(IRME-1- B )X FHBEIZE
} KREVZBEIEREFEE27.96Kg(E E£90.0%) -

%5 25 248.4°C (5 #%) - '"H-NMR (500 MHz, DMSO-d¢)$
1 1.578 (4H, m), 1.638 (2H, m), 3.543 (4H, m), 3.857 (3H,
s), 7.007 (1H, d, J=3.0 Hz), 7.048 (1H, dd, I=3.0, 9.5 Hz),
7.268 (1H, d, J=16.0 Hz), 7.402 (1H, d, J=16.0 Hz), 7.639
(2H, d, J=9.5 Hz), 7.719 (4H, m), 7.948 (2H, d, J=8.0
Hz), 8.043 (1H, d, J=9.5 Hz), 10.534 (1H, s).

(0054] (& #& 1 7)

4-12-(4-{[2-BE-S-ORE-1I-B)XHFREIEKE ) X
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HEI)ZCEIFERFBRPEREERE(10-m)

o X O o
oy C

_— - O o
" Nd” (10-m)
-m
2 NH HCI

FRRBET HNEBRROF HEZ4-[(E)-2-(4-
{2-BE-S-(RE-1-B)XFHBMEIEE) FE)ZEHE]
BB HE13.86Kg(0.029kmolF # )~ N N-Z B & Z BE fi%
65.1Kg~ Z B ZE562.4Kg -~ 5% ik (N.E. CHEMCATZ F
#PE® » B4 55.38%%)1.54Kg -

MBEARNBMASOCELEZ  HIAREBEREE &
0.5SMPaGE BT » LA50~60C #B# G2/ -

MR EARBEREEZ  BEBE  HHEEUZEZE
37.4Kge @ % - B HEHR K -

WINZ B ZEEA49.9Kg MABKA0C B 1.5/
BMANE W S 2B ZEBIK6.5KelE T 2 KX FE W | - i1 &
m o LABRERBHIOCER  wAIERBEIOCHE - U
25~30CHE#BISHER  BRETHZER » LZ8ZE
37.4Kgic 18 - WATB C RBEH LN BRI0CERE T HE 1T
R BIEBMEAKEEZA(2-(4-{ [2-BE-5-(IRIE-1-
E)XHEBEIERE ) FE)ZEIXFFRFEERE
13.60Kg(&E £ 96.4%) -

15 25 239.5C (5 #&) - '"H-NMR (500 MHz, DMSO-d¢)$
1 1.490~2.100 (6H, m), 2.895 (1H, d, J=14.5 Hz), 2.903
(1H, dd, J=2.5, 9.0 Hz), 2.955 (1H, dd, J=2.5, 9.0 Hz),
2.968 (1H, d, J=14.5 Hz), 3.477 (4H, br s), 6.627 (2H, br
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s), 6.853 (1H, d, J=8.5 Hz), 7.185 (2H, d, J=8.5 Hz),
7.362 (2H, d, J=8.0 Hz), 7.538 (2H, d, J=6.5 Hz), 7.593
(1H, m), 7.864 (2H, dd, J=1.5, 6.5 Hz), 7.953 (1H, br s),
10.179 (1H, s), 11.865 (1H, br s).

(0055 (& #& %1 8)

4-12-(4-{ [2-F2E-S-(RE-1-B)VEFEEIEE ) X
E)ZEIXFEFE(1]1-m)

H (11-m)

ERREBEET  ABRINERA 6 HEZ 4-[(E)-2-(4-
{[2-E&E-S-(RE-1-BE)FFBEEIRE) RE)ZHE]
BBt FEE50.0g(0.103molE# ) NNN-Z B X Z B i%
250mL ~ Z B Z B 250mL - 5%$0 ik (N.E. CHEMCATZA 7]
BIPER » J&455.38%%)5.60g -

MBAEABRMASOCRER  BAKREREERE &
0.5MPaG&E B T » LLSO~60CEEL A/ EH -

HAKAREERR  BEBHR  BBELINZEZE
I5S0mLE B % EHEERK  BABREBREB T ETE
fig 0 LLZBR ZERSOOmLE % » LA/K300mLEEE3IR » ¥
EREERETETRE -

LNZE2S0mLE R » EREBTETEMR - L2 BB
I00mLE % BEEHRAIFTRECEME) Bk
THERISDERARENMBECES  UHm ZBsSOmLEE -
KRB CREEEZEE TETHERZ R S ERKE
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B 4-(2-(4-{ [2-f2 &E-5-(ORE-1-BE)EREmEIKRE
) REI)ZEIE P K FE38.16g(FEX81.0%) -
5 25115.6C. 'H-NMRE B F Iz k&9 — B -
[0056] (& i %1 9)
4-12-(4-{[2-BE-5S-ORE-1I-E)KXFBEEIEE ) X
HEI)IZEIXHRBRFREIEEGE) (11-m)

o]

NHy HCI y H

AR EE S 40.0g K 22TmLE W > BN E iE Bl 7
FTEl B c4-12-(4-{ [2-fg E-5-ORE-1-B)EFRBHE KR E
) RE)ZEIFE PR P B S B B 30.0g(0.061mol) e Z Eg
ZEEA4S50mL RER THEBHIONE - 2% BEKE
BLAKISOMLYE S » EREB TETEMR - LZHEI0mL#E
THR EREBETETRME HMEXFIOmL EHRET
ETRWEER RITHZESEBMIBEIOnL EiKE T
BEHE300ER BREMSS U ZBE30mLEE - A
BeBEBEREZEATETREBLZR S BHEAERKLZ
4-12-(4- {[2-FE-5-(RE-1-B)FHEE IBKE) TE)
ZEIVFEF K P EI22.98g(F R82.7%) -

58 117.0°C . "H-NMR (500 MHz, DMSO-dg)8 : 1.483
(2H, m), 1.628 (4H, m), 2.860~ 2.960 (8H, m), 3.828 (3H,
s), 5.729 (2H, s), 6.667 (1H, d, J=8.5 Hz), 6.942 (1H, d,
J=9.0 Hz), 7.092 (1H, s), 7.152 (2H, d, J=7.5.0 Hz), 7.363
(2H, d, J=7.0 Hz), 7.559 (2H, d, J=7.0 Hz), 7.864 (2H, d,
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J=7.0 Hz), 9.897 (1H, s).
[0057) (& #& %1 10)
4-{2-[4-({2-{[XA4-(2BEREZ)VBECEN(ZLE
VEERE ) FFBEKRE]-S-(RE-1-F )X H B E 1K
) XE)ZEIFHFBER B E(12-me)

o [0}

Cl
]
O,CH;, 1) 0 cl
C SPSHS
(e} N
N
PSS e ;
H HCI 0| NH O“’,o O)\QACH;,
NH, 2) O)\o/\cHa o)\©/S\N
(10'm) HN-“ W )

HCI .
HaC (3.0) (12-me)

CRRBHET B 28 ZE240L LI 8T 6 76
CRERMEZA-[2-(4- {[2-BE-S-(RE-1-2 )% 7 @
EIEE) EE)ZE X TR P B S B20.00Kg(0.040
kmol) + 7k 152L - B & $¥26.60KgiE AW » EE®/R T
BN

S BB LK 1800 - M B 20.00KgkE @ - 5
Wtk BEBRBEREBTETES  FREEAISL F
ZBE200L EH B T 1T M - E R W B 4SL - 17 It 12
fE2R » YO Z BE15L o ¥ O0 U8 4 bk W 60L » 18 %] 4-[2-(4-
([2-FFE-S-(RE-1-B)XEPHEEIFEIFEE)ZE XA
B B OBS B0 ZBE -0 & DK I A R -

B—FE ERRKRBET  BEBH16.19Kg(3.0%
E)B T £ 2 8 2 B 96L ~ 3-8 & H B B £/ (sodium
3-sulfobenzoate)9.53Kg(1.05% &) - N,N-— H HE H [ %
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Y4g BEWH - BEETHNH > MABRO60~67TC NS
N AR EREB TETEMERELLE L - B0
ZHE9L B TETEMEWRELLS Ik - F i It #
EAR - RIMZBE4L BRI (BRERBE)VXEFEAK LYY
ZEBEW -

WMZAEI100L WA BKM40L LN IE22~27TC T
Eat B 2 4-(2-(4-{ [2-FZ &E-5-(RIE-1-& )X B i ¥ | §%
E} XE)ZEIFFBRIABAOZE-UaKBHEAER - LM
TR SOLF Y » LIRE24~25C BB A4NEF -

ARIMEBPIBAESELCRA4-Z2ERBRBEERES KA
R BE BB E11.45Keg(1.28 &) walZEREBICH Ik -

AM=ZHE&RKWHEI440Kg(10EE) MRBS5~9T
EEMIODEFE F =2 %24 58Kg(6.0EE) LR BEI~
1ACH|BHINE - LARI4~1TCIEEST ETHE T /K
150L IAR17T~20CE®H 12/ KR BENTEZER
» AU E Bk 30LE AK30OLHE SR ETHE S -

BB CRERERUABSOCERE TETEZ R B
B4 {2-[4-({2-{[RA4-(ZCBEBEREI)BECEN(ZHE)
BMERE I FFEBE)KRE]-S-(IRE-1-BE)XEFBEZEE
) REICEIEZF KR FE30.84Kg(E F92.6%) o

%5 25 187.5°C . '"H-NMR (500 MHz, DMSO-d¢)d: 1.119
(6H, m), 1.332 (2H, m), 1.400~ 1.500 (4H, m), 1.561 (2H,
m), 1.651 (4H, m), 1.824 (2H, d, J=12.0 Hz), 2.156 (1H,
m), 2.898 (2H, m), 2.946 (2H, m), 3.212 (6H, m), 3.605
(2H, m), 3.829 (3H, s), 3.985 (2H, ddd, J=3.0, 7.0, 10.0
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Hz), 7.200~ 7.225 (3H, m), 7.330 (1H, d, J=3.0 Hz),
7.359 (2H, dd, J=2.5, 8.5 Hz), 7.753 (1H, dt, J=3.0, 8.0
Hz), 7.857 (2H, ddd, 2.5, 4.5, 8.5 Hz), 8.037 (1H, d,
J=8.0 Hz), 8.115 (1H, dt, J=1.0, 7.0 Hz), 8.271 (1H, dd,
J=2.0, 3.0 Hz), 10.374 (1H, s), 11.389 (1H, s).

(0058) (EfE GBI 11)

4-[2-(4- { [2-( {3-[(x=-4-Hx IE C & (carbocyclohexy!
WZEVEEEREIIEREBEE I EE)-S-(IRIE-1-E )X H
EIERE ) FE)ZEIFFE(13)

FRREET  BFEISL EHEAI0FHE Z 4-
{2-[4-({2-{[IRA-4-(CBEBERE)RC E (L E)K
BE ) FFBRE)EE]-S-(RE-I-BE)XFFBEIKE )} X
H)Z K1 P RS B ES 15.00Kg(0.018kmol) ~ P9 & Ik i 751
JKO9L - 25%FE E M KB I1.66Kg(4.08 BE)E & K
» AR AS~SICHEBANE -

mAlTR > MIDONEEER 13.3L FH % g pH4.75- B # 3.5
INEF R 0 ASINONEE B 38mL > FH B B pHS.0 - R AIK120L
 EER TEHER -

BRENMHEZCHESE MFLLFE2ILEK2ILZE S
- HEASLETHRE BB CRE S UNE4I0C E B E
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TETEZR  BIBREAMEELE I4-[2-(4- { [2-C{ 3-[(
KRAX-4-BMBCE)NZE )ECEBEE]|)EXFEE | KE)-5-(
RuE-1-Z)VEKFBEIERE ) FE)ZEIEXEF B 13.86Kg(
ERIT.4%) o

I B 236.5°C . '"H-NMR (500 MHz, DMSO-d¢)d: 1.133
(3H, t, J=7.0 Hz), 1.304 (2H, m), 1.400~ 1.510 (4H, m),
1.523 (2H, m), 1.656 (4H, m), 1.841 (2H, br d, J=11.5
Hz), 2.079 (1H, tt, J=3.0, 12.0 Hz), 2.880 (1H, d, J=2.5,
9.0 Hz), 2.894 (1H, d, J=8.0 Hz), 2.940 (1H, d, J=8.0 Hz),
2.955 (1H, dd, J=2.5, 9.0 Hz), 3.220 (6H, m), 3.600 (1H,
m), 7.182 (3H, d, J=8.5 Hz), 7.335 (3H, d, J=7.5 Hz),
7.583 (2H, d, J=8.5 Hz), 7.758 (1H, t, J=8.0 Hz), 7.841
(2H, d, 8.0 Hz), 8.036 (1H, d, J=8.5 Hz), 8.107 (lH, d,
J=8.0 Hz), 8.124 (1H, d, J=8.5 Hz), 8.272 (1H, s), 10.376
(1H, s), 11.383 (1H, s), 12.490 (2H, br s).

[0059) (2 5 5] 12)

4-ZEBERCRABRZIEBEERE 8 K& (2-¢)

(o]

o]
0~ CH
0" CHy /O)‘\ :
— HN
o]

(1) W@
- B R
MRESSEF  HIN4-SECEBECKE R B ZE (ethyl

4-oxocyclohexanecarboxylate) 17.90Kg(0.105kmol) + Z
BZ90L ~ 5%$E AR (K4 55.38%&5 HE¥)L.00Kg  710% 2 E %
K W13.69Ke  AARBE TMBEEHAT - R K&
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% » F£0.3MPaGE M E T » LA39~50TC #E#H2.25/NBF -

WETERIOCHE  MAKE > BEMBHE - LLZE36L
EBER BRESH HEABEREREBTEHEER
E45LB IE - M ZEFE XL ERE TEE E K E S4L
Bl e BRAARM__BEOL FHETEHEREILE
k% HMZBHESIL BAZEHREEIOL, BF4-2
EREBRCOCKHKABIEN _FXBR(RABHNE R
10.30Kg» =\ * IEFHX=#1: 1) 43 7 & 4 (GC)R £ B R
TRABLIoE IEAXB4.59 8 EHE CP- CP-SIL 8CB
FOR AMINES: 0.25MM*30M- DF=0.25> & f£ B E : 150C
HE3ISE -~ 20C /min—>250C » F ADEE : 250C » %
BEAE SR&E > SR 1 20=EERRE 2 HBE
i (split vent)§ii &) > M ¥L (purge)fi & * 3mL/min > g H
FMIBE 1 250C > Hyfit & * 30mL/min: Airji & : 400mL/min
> &9 B) Uit & (makeup flow)(He) : 25mL/min - 3 7 KR © 8
5§ e

(0060] (& & %1 13)

RA-4-ZEBREBCKABRIEERSE 2 & K &
(3-¢)

o]

o)
0" CH |
/O/l : HCI 0" CH,
HN - . .
HN®

/

H,C
3 (2_e) H3C HC' (3-9)

RUBEEERELMEFMABRBZI-ZEBREEBOE S
MIEN _HERXBR (KRN 4-Z2EREBCREERE 2 B
NETE 10.30Kg U T HBEFHRAEZEEHLE®E )T >

PD1162885(3) 39
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Me4 16N A LB ZEBKIILO.TISEE) —E& @ E
BE—-B2MABAEABRBSI32CEHEILEL > r MEHURR
129~ 133C ## L 10/NEF -

Al BRI ZBZBEES2L #E— S DLW E22~27TC
AWIMA42ANE M E Z B ZEER3I.1TL(0.26E B )R 4.12N
FUHNEIBMIEBEHRI2ZLOIEE) URBRER®HSH
15S/hEE - BEITHENFESE  UZHRXISLE Z 8 ZE15L
CEEHRETER BB EGEEHUNBIOTC ERE
THTER BIXRAN4-Z2EREBCKREBZESE B
B 12. 1 1Kg(BHE MBI 122 M e & R 48.8%) 5 26140.6C .
'"H-NMR (500 MHz, DMSO-dg) 6: 9.0 (2H, brs), 4.0 (2H,
q, J=7.5 Hz), 2.95 (1H, tt, J=4.0, 11.5 Hz), 2.89 (2H, q,
J=7.0 Hz), 2.23 (1H, tt, J=3.5, 11.5 Hz), 2.14~2.04 (2H,
m), 2.02~ 1.88 (2H, m), 1.46~ 1.29 (4H, m), 1.20 (3H, t,
J=7.5 Hz), 1.15 (3H, t, I=7.0 Hz) » & #7 & 4 (GC) 1 £ i§
Ml K #E4.658 B F: CP-CP-SIL 8CB FOR AMINES
~ 0.25MM*30M - DF=0.25> F B E : 150C F 534 &
© 20C /min—250C » F AOEE © 250C > ABE AR
AW AWK 1 I20EHRE A WRBEHTRE)
» WHE P E C 3mL/min RHEHSEE P 250C 0 Hy,fi &
30mL/min » Airj% & : 400mL/min > & By ¥ & (He) :
25mL/min » /3 H7 B[ - 843 8 -

[0061] - 0 & 1t & Fr 3& A 2 X FE &9 fin 3 35 &

BREBABCEFTE  BREBREARMNELES
MEFPERERAANKLALENEECREEE ETLL
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wmo BER X -

AAMEHANEALAS  EREEEHMERRE -
[ 1]

WMAEE | BB fiLE BE RFEFEREFR | =88 E=R2 [l

(EB) (C) (71NE¥) (%) (%) (%)

1 —8% 0 130 24 61.4 0.9 37.7

2 ZER|xE 0.6 130 9 61.9 1.2 37.0

3 —H%xE 1 130 12 61.3 0.7 38.0

1 1
O/LOACHS /O}o/\cra @t _‘
HN" S HN? N ©
Hao/J 1-13c/J HSC'J
(=2 HE) (ERE#) IR

(0062] - &L AT w FR w BB B 19 & B2 5L E 19 & 1L

BREERBOIBCBEAE  BEMCBECERNE
BERYNSECHRBARERELTE -

JAEMCBECEBNEGHERABNMEE KK

BB -
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[ 2]
BMAERE | 2808 | A8 | TRINR() | AEERL(%)
(ER)
eI - 58.2 1.68 402
1 1.00 98.9 0.59 031
2 1.05 99.1 0.56 0.08
3 1.10 99.0 0.52 0.28
4 1.15 97.3 0.59 2.0
5 1.20 92.6 0.48 6.8

(0063) -G T Z MRV IN Z B8 Z BE 89 W &R

BE WMETRETIEFNZIBIEBENRR » &
BT E -

HHAEHENCEZLIZBRZIENE §HRA BN
MEZSRE & -

PD1162885(3) 42
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[ 3]

MAEH | ZBZECRME | fRASCFNE | K8 | 158 | Pl

(5% > mL/g) (eq) (%) (%) (%)
st - - 585 | 133 | 402
1 0 1.1 99.6 [0.18 | 0.20
2 0 1.2 99.8 | 0.17 |0.13
3 25 1 99.9 | 0.08 |0.01
4 2.5 1.1 99.9 005 |[0.03
5 25 1.2 100 001 | &
6 5 1 999 1006 | WM&
7 5 11 99.8 | 005 | 0.07
8 5 1.2 100 0.01 | fHE
9 10 1 99.9 1004 |HE
10 10 1.1 99.7 | 0.08 |0.20

*HERKA-4-Z2ERERCKARKRZIEIgZ 28
Z B H 8 B mL

[0064] (& = @ 1)

A-ZEBREBCHARILEERBE G NE

(o]

o (0]
0~ CH 0" CH, /O)Lo/\cHa
: H.N > HN
H,oN 2
2 HCI Y, HCI
HyC
g
- BERE

NRERSSZEF > AWM EFFR B Z B
7.02(0.042mol) * 2-NEE70mL » &L E4.08(1EE) - 5%
K (KoS1.8%aFW)l4g ERZRRBERETMNMREY
80C - MA L&A ® » H£O0.TMPaGE M B T L F R E 8 #
24 /NFF -
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WEHEMI0OCHR > MAAAR  BEMEE - LI EH
D-NEREBHEZ  aHBER RBRAERETREMEL
B BEHABEBCRABIEB BB 6.55g(E X74.4%
» R IEH=81: 3)

HRIMAREYS5.08(0.029mol) » Z EESOmL ~ 5% B (
Ka3S51.8%EEFEY)l.4g- 2B 1.8TmL(1.58 &) - B &K
Ak FEO0O.TMPaGE MR TURBEBH22/E - B0
ZB02mL(0.1E&8) # -5 XEL6/]E -

MBEHERBER DUAVENZEETRE  EHET
ETEHERZR LDUAEBNZEBTEEBRES®R  #1T8
R UV ENZBRTEEREFMBCRERER » B3 4-2 %
BEERECKABRIEEREI22¢(RA B E E0.34g
RA:MER=8H1:10) 2 HEEGOREER ' KRB
4.645 4% » % K : CP - CP-SIL 8CB FOR AMINES -
0.25MM*30M » DF=0.25" EHFEE ' IS0OCHRF3IFT&E -
20C /min—250C » F AO®RE * 250C » BB F A&
SUE - oW 1 200CERRE  2WHLHRE)
H¥EWE P 3mL/min > HEFERE © 250C > H,ii &
30mL/min > Airji & @ 400mL/min » & Bj 5 & (He) :
25mL/min > AT HFH : 843 & -

CEEsi)

ﬁ\E\o
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EEHFEI —:r%” =
L —ER(NI AR EEBR B 2 NEH B 57
RUNZ AP BNEFE > LEE

(i)

DEBBST  FRUIVZLAVWRA(NDNZLEY
HI(REEE)ETRA LY LT KA S %S 8
%

DNEBBED  BRNEET BLELBEROG)Z
HEVETREMBUER(UDZLEME S E

(XF > R'BRCI-C65EE » R°®ERCI-Colt & » R’
KnCl-Cokt & » HXERRE) S K

(IVERBPERESCEZANN))2LEY @
MAKRKEFET BEF  BEZAN(12)ZEYETKE
RIE #BHEHEA(NZhEHL R
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]

R o
o
OH
QA
0
AT o
H 1 N o
H
NH

|
N % 4 o H i
[P o
s7 0 OH
0 SN ‘é// ]
R ) NS
RZ

(12)
(13)

(X F > R'RRCI-Cole & > R*&ZBRCI1-Cofg & » R’
£ R Cl-ColE &) -

DMFERBIZHEHEFE  HEF > SEBG) - DPZHEBES
NN-ZHEZEWK ZERZBE-HEEE - £ Ed)
)P BB BNN-ZHEZEEE U R R -
MEKkm BE=2K —ZE2WEKE - N-F KK

©TOE R B B 8 SHERMO BT ER
9 %€ (Trimethylsilyl chloride) -
BWFEKREBIS2CHETE  EF » S B AT 2 @ K

BRa s kEH BEENN-ZHEZER - FE-
SR (BRELE 1 05~2)BFE-ZB(BBMELL1: 0.5
~2)o
4 —RBANOXRAN(NNNZHLEBIHELTE ERUREE
mREIEIPEZ-EHIXREFTEFAERZIANA0)Z KL
EURA(MIDZCEULEYHNHRELTE  HBES
(EFBE S  BEFET  ERNO)Z/LLEWES-
Q-2-WMEFHFRAMYETHE S XE  F I REKB)
ZIEWH L E
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o}
RS
o I
™

O o]
SURLASINEY. ol

OH - "

NO NO,

2 (8

(X F > RPERCI-Colt E)

(DERAMSBFREESZRNG)ZLEY  EE R
o FERAGCLAYWRIREETRKE - 8EXO)
T EMHNE

\O Cha @tﬁﬁ‘w‘“

(—EEF"Ri%mCI-CMf‘E%)?&

(IVE AT ERERAEEZCZANNZCLEY £
Bl BENEET  SRKRBHET  DUBEEZRXO)
ZHEayw BUHEHEAXNO)ZLEYHN T E B BEH
MPERMMESECZANNChEY  EBHT - BERD
FET SRBET BEZANOzhkayw  #HiERX
(I EamH T E - ]

O’Ra
: ST nes
heS:
° NH, HX

O‘\diﬁ O ) O / (10)
NO; \ OO’R3
@Cgu

(1)

No2
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(X > RPERCI-Cotz &) -
SHFHERE4ZHBEFE HP - FBROFZS5-8-2-BE
ZHEBELY  BEFATIRBERNEESFS & 45
- REANN-ZFEZEEUNN-ZFEEREKRES
BMEFMAEEE MAREGTZBABEHSHRE - =2
Bk — BN OE Bk B 09 E 0k W SR A ko - O
6.MFHREARSCHE AL Hd» SEBGENPZHE S
N,N-— B & Z B B 5t N,N-Z 5 % B g g -
THEEHFREI4Z O FE-—BZ2R(IOZ L EW 2 W&
Fik o B SEBRUDTZEBSNN-— B E Z &K
’ﬁ%’NN:$%Z%%@Z@Z%ﬁ$F%ﬁé

B BIESs5%Ewm - BE SLENLEETE
HyyL R -

E—HBACZhEYIHELTE > HAWEEF RES
BT HRE-BIHEFEFERZR(OZ L &K H
EHE - HEE

(WEBB S - FEBCI-COIERBNEET @ #
KT EME-FE-4-BEEETRIE B S
NI ENE TR -

o

3
/©)L i i R®
0
[ :] ore (4)
NOZ NO O

2
()

(KX » RPERCI-C6f &) &
(IWVERAMSBEREEZIACIZLEY » &£
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Bl - @ tBE  BMEBNEET  @REBERT B
BZAGC)ChEY FUHEREXNOZLEUHIT E

N\

o)

0] 3
R

3 .

R O

g — C
x
S ®
O H,N

(5) (6)
(X > RPEFRCL-Colz &) -
SMFBXRESCHETE  EF FROHBPZHBBHHE ZHF
DEENN-—_HREZEE FTERZPBCIL-COiE S
FEBEAEE BEFEMNFERR
10.Z1EE R ESHICEBERE » Hef » FERUNDF ZHH
BNN-—HEZBEINN-_FEFRERKR > B HE
3% Mk - 0.8%%9-0.3%2E R ~ 3%8A-0.3%8 it - 1%
$H-0.1% bk - MESEH - F @ -
1N—BHC)CHEYWcHETE HRWOEHFKEL
E3HAE—BHZHEEAEREAZCKROIZLEYHH
EhHE - HBEE
(DEBEBEF - Cl-CélgEE - ERBENEFET -
SREET BEEANzthkepmBsaXQzksesw
B EZ B8R K
(IVERAMTPRAESZCZAQCLEYD  EH
Bl - &S WEET M- BEZRXAQ2LLEY
MEBIXC)ZhEWH TR

NG,
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e T —

(1) ' (2) 3)

(Xh » R'FBRCI-COftHE » RPERCL-CofE &) -
2.MFREIZEEFE EF R'BEZE RBZHE -
BBMFREIURNRZEEFE  Edh > DFZBEHBZ

B Cl-COliERBZER  HBESS%EHK -
4MERFRENE3FE-—EHIEEHE £ do (i)
h 2 EBES B E

5. —BMFREIFIGFL-BZAU)NZLEYWRELE
HAFB UG L HANMEHFRELILE 149
F—EIUEEAEHERAZHKEY L FEHZRKG)
A& AT
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