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The present invention provides a process for producing
1-(3,4-dichlorobenzyl)-5-octylbiguanide or a salt thereof,
the process comprising reacting 1-cyano-3-octylguanidine or
a salt thereof, with 3,4-dichlorobenzylamine or a salt
thereof, in anester-based organic solvent. According to the

" present invention, the reaction can be carried out at a low
temperature using general-purpose equipment, and
1-(3,4-dichlorobenzyl) -5-octylbiguanide or a salt thereof
can be produced in a high yield by a safe and easy process.



1385143

£ FERAREE
(IREHARERBA 2 (& ) -
() ARAEBZ ARG E RS

A~ RREHERF - FRAREBESRARRYILER :



1385143

o~ BEHWRE

[ 2 08 Fr B 2 4% #4748 % )
3 45 48 B

ABEABAMN —21-C4-—REXTFR)S-FALMR

5 HEBZEBFE

CNIET D
TN
A K (1) :
‘ NH NH
10 )k )j\ /(CH2)7CH3
N N N (1)
Cl
Cl
Pz l-C4-—REXFE)S-FAELMOGRATEHL L4
15 A )REBEHRIRBELES /LS4 - Atk > BATEAYH
HRARZIEE W EA A AR Z R ABBITHE -
' A AT WAL A AR A 45 B - 5-19436158 3R ie =

R R
B EM AR PEETEARXQ):

2’. /U\ /(CHZ) 7CH3 ( 2 )
H

Pﬁ__;-f.\.z,fb/a\ﬁ}hﬁ%.l«x 3‘.(3) :

20



1385143

5
®

10
‘ 15

20

Cl

(3)
Cl CH2NH,
PRt ZAL e MBETRIE » Rt HWAZ Tk -

WATHE ZAH A RAEERZF L ATHALSHQ)EILS
HO)ZREGR > Blw2-TARATE ~2-F AR T8 - #
AR REBBOFAEARRGEAET #4T - .

B AMEBRFY  2-CTAKCTE -2-FARTERE
—RRXALERARTEAGN  BAREMS - BB H
¥ARME FHAHAHMBELGF L ER > AR
RXAEHBESZMA Bk 2-CARACE -2-FRAACLER
HM_RAX BEBERANLAMAZ T £ 84 % HaTd &
ok PERGATERERAOERATHEZR P ek -

AEEF AR ZETHRIT » BREBLEREMS LR
BB HQQBILLSHB)ZBEBBABRAZIERLT v
B URRILOYAZIBERBA T k- AR > S F k2 E
ER RIS QRQARERSII% s Ribbh(B)zBE @
HBEBERSGCI%  BAEALALEELBE - X BZRESLN ¥
ZHEE162-164CH BB T 4T REHKIWHBEE &
RBRARBEAITZIEEFRR % -

otk RBEATRL 2 o Fik  BEENTEELH
SHA -

[ rmE]
2% 1 35 T



1385143

10

15

20

BOAMAKBAZEREAR
ABAZRBANRB —HEL 5 LGN ERAE
RBELEMET HITLAGBMNEFTRE  BHEE2

ERABHEZRL2 I X UBEAFELZ4HELLELEMA

RE® -

BARABZ TR
AEAANABBEAALERR  FUORREARELRS -

EHEAZALSMARE B W Fok-%T Al 418 A4

BzmBEEmMELRERRBIIER > 2P EEA L EIK

BEBER D BERACSNARLBZES - AR AAY

BHRBEHNRE-FSHANL  BAREERANLZEALS

BMER > ETAEPARATEZRER - AEFAGREDILZ

BEMFLEBRHERE -
AEARBABR AP ITATETZL-GCARET

A)S-FREMSI A B HEF L o
$18 > —H1-C4—REFR)S-FAERRLB 2

Bt Fk o 1-CA4—REXFRA)S-FAEMAL B %X

(1)

NH

NH
/“\ )l\ /(CH2)7CH3
N

N N
H H H (1)

Cl

€1

FrorE o BB FELAERAARQ):



1385143

5
®
10
15
®
20

NH

/“\N/(Cﬂz) 7CH3 (2)

Az - E3-FEMKEBRUK(3):

NCHN

-

Cl

(3)
Cl CH,NH2

FimZ34—RATHRALELE  NEBEAARERTRE -

B2 wRIBZRHEFE > A PBA2AKREBGE
AW H CHBIETE - LEETE - LHM2RTE - LHB3IK
THE -~ CERIE RS - CEE R RES R RERE BB ATAHE AR 2 BF
2 EL—HEIBER -

3 wHE2BAXHEFE A PERAABRER LT
B i T 8

FA43 > WwBIB3EFIE—BZIHEF X HNEBREL
TH#ATRE -

BSE wHIABZHEFE EPEEGEAN G BEE -
R~ BB IR RZIBEZELS

%67 —HI-CA4-—REXFR)S-FRAEM LB 2
HEFE 1I-CA—RXFE)S-FAEM L BH UK
(1) :



1385143

5

®
10
15

o
20

NH NH
)’l\ /“\ (CHZ) 7CH3
N N N
H H H

(1)

Cl
Frwd o BBEEFEOALAEUNTHH:
1% LA K (4) -
H,N-(CH,),CH; (4)
iz EFRRALBRUK(S):
M-N(CN), (5)
[R¥ >  MikTéreB]
FimZAbbh LB NEEAABRER T RE®IFRAQ):

(3)
Cl CHyNHy

FimZ34—QRXFHRIED  RNEZARERFTRE

7R —HI-CA—REATFE)S-FAEUNSAL B Z
R Hk > 1-CA—RXFRA)S-FAEMLL B A UK
(1) -



1385143

5

®
10
15

o
20
25

NH

NH
/U\ /U\ /(CH2) 7CH3
N

N N N (1)

Cl
I
cl

ik BERBHESAEAKXA):

H,N-(CH,),CHj; (4)
X EFRERAEBEUK(S):
M-N(CN), (5)

[RF Mk Té4eB]
Fim XAt R EB e 2 ARER P REELRUKQ):

NH

(CHg) 7CH3
NCHN II_\{/ (2)

P Zl-AA3-FHAMKELDE  BEARER]L-AA-3-F
EMXEBRZHERAT BEERBERPMARKXDB):

Cl

(3)
Cl CH;NH,

FimZ34-— R XTRIXEE H1-AA3-FANIASE A

34 RETRALBRRE -
AT R AR 1-0,4-Z R T R)-5-F A 4 K 2t

BTk

10



1385143

5
®
10
15
o
20

R JE R -1
cl
NH
/U\ (CHz) 7CH3 +
NCHN ﬁ/ Cl CH,NH,
(2)
(3)
NH NH
/“\ /“\ (CHg) 7CHs
N N N
—_— H H H
€l (1)

Cl

(DR LE  THERESHQORLBRILLY
COEES TS FE ST LY LR

R ZEEARER > TR CERES - LEE

2

TE - CHEBETHE - LE2RTHE - L3R TE - LEE

L AMBEB P o AHBB100-140C L L Z B4 -
X HEAARBEROER  UHKRKEAE -
ABERAFEY BB Z B TEUEX(6)

R'COOR> - (6)
[XF > RAFC 2L  RRAFClez 4]
iR 2 B A MBR(C)Z ka2 ARG o TRy

REE S LEERRBE - HEERE - BE_CEX% -
% B

o I ZLEEETEs  LEEETHE - LE2B TR - LEE3R T
B ~ CBAE RBS - LEERRE - REETLHESY BB
ETE R R HEEES TUESAFR L4

11



1385143

5

o
10
15

o
20

Si() -

AMERET > EeHG) AHNIEFZ4E6H(Q2):
BEEAOS~IETE > Xk0.8~1. 1% F A4 > B 1x0.9~1.0%
HE4 -

X EBAARERZERE > AHlgzitdbHmQR) @
% A2~20ml > B A3~10ml % 4 > F 4£ % & 5~8ml -

IeHC)ABAMEBEHEE)F > UERBAKNR
HhBAE -

EAEHC)A MR AERBALRNGE LKA
1% -

Bz RE BENMNMAMAB) B0.5~15%5F » X
0.8~1% EA4 1 -

BE T R fpl4o @ BBEE - BIREE - RURREE - BRBE - AN EE -
BEBERAE ) FEE LB RE LB R8T
—EE R TM B VAT M B - FLER AR AR -
BAEE S RER - HokEE - FRBE - LB Y
BREBEEAME RTLERB BT ARBEZRAS
PRAEZBTREEE - Q%8 - Bk - Bk HEg - B
BREBKRBEAG > BRMAHETREBE® A -

BREHAB T #ST > BBFAEHS0~150C > LA£4
100~140C A4 2 B E # 47 > 3 B — RN 40.5~15/ o544 &
* °

LEHRRBEREY  Blho» Aotk ABBE - BE
ERESEBE-EBERRBRAEY  LEGEREN - F

n> -
¥
S
St

12



1385143

5

|
10
15

®
20

HERETRAZHILES  TEKRAEX-1YAF 28 891Ld
MTHRRERS Y naEshit d & -

LoD BAERALLEY > ZiLdbH Bty
ZBWTEXALELBNHET BLETRIBOHZ &

- BELBEGERBELEB BT LBYESEBE
AfldmK s ARER - RKREFRBEBZREY - XA H#
BBATR KRG EEABE > EEBEGI TR 4o B (5
koo FEE- LB 1-AEE - BRE1-TE - BTEY):
NEAE - @E k> =5~ 1,2-—FATH - TH
¥ 2 78 (DMSO) ~ N,N-=— ¥ & ¥ # sz (DMF) % -

ERMET  AESBFEZIETHBESH(DZE mA
BEET  ERVFZRECDENAEIZBLLEHZIHRE
B > RBEBRIEEHM(D)ZHE » RERFABZERLSFERR

B AgEand -

Wit X & & HBE BT BEEE RTE
RV ERLBERFRE  BEHBE  BPITHEL44ibzEY
e -

MERALEBET AU BLELIAGNTHEHNERE
BmE EBFRRE ER - Hldo o RIS%TESEF 0 1t
()X BEIS%NTLEBER  BAFEH40CURT > B
0~35C 24 » L R10~30C At - A EZATHBERE -
FFefff s EZ B eitdsd -

X fbetm(H)zBABEBY  THBLLABEZAE
HEABEEAKRBLE - EABEBEBEZRGER -

9



1385143

5

[
10
15

@
20

sbSh 0 AT R B K- 12 Fiamiziedp()z 8 4
RRACBE B LS RS RTHEBLA KRR KA L EH
REZBBTEAREHERE BHHEH DD -

FEAEBMET BEBFILAH()Z2BEESE  NEBHE
BB ERBHZIABREBYL  BANABZERAMN S
BE > BBULLELBE  BOSBREIBLLE > TH
LS ()2 1B S o

AMBBEEFTAN TR L BIERLL LB HRE > 2
X Bldm AT B w2t S (1) 2BEEBIER » T A4
ZE#HA40CA T » BR0~35C A4 » X 2210~30C B 4% -

Ko B 2 A (1) 2 2B B B AR o BB R
BERET BT RBERE  BHEZLLLBE B
DREESELEIE FTHELFEAH()Z1BEES -

ALBEHENT b2 2BEEB 2 B rry B
B 8Bz MH 28 F4HAH40C AT » A R0~35C 2%
£ > X3 10~35°C B 4 -

Bt 2B BB L 1BHRB2EFEP - L
FEALSH(DNZ2BHE B EB ¥ R ER @ MN10C 235
CHiRFTHRFEZFT L B4 -

GERETHEAZAEBRER > ATHKELEELEBE -
EARG TR o Bl PE L8 -1-/8 - 8
ABEE~1-TE -ETEE), URAAHHE @ &okwg ~ =T -
1,2-— F ATk~ TH ~ = F 28 (DMSO) > NNN-—F £ 7
& # (DMF) % -

14



1385143

MR EBAFZAASGH(DZIBEBE T RmE KA

B RNEALE  BRESXEIS%U L BU30%4 &2
BERERP > BA0~60C * X :X30~50°C & 4: » & #0.5~4
P XERFI2IBERESL > TEHELELKY -

5 REA#MT EBILLSH)ZIBES - 1/2k44  »30%
M EZLEKRBRT » AR30~50CHHFAH22 )X RE > 7
FAESH(D)Z1BEHRB B KW X B 15%Z TEKER
A40~60C A LHH A2/ 5 E X2 - THL4 (1) 18 8%

® B &kl -
10 ABERAF - fARBREHLAHERZAQ)Z LS
Mo Blho o THEA TFTHATZ xR o
R R -2
NH
/,,Jl\\\ _-(CHy) 7CHy
HoN—(CHa) 7CH3 + M—N(CN), —» NCHN PNI

() (5) (2)
[XP MikTax4R]
@ i hem@arB . TeRA@OM e BT
Bilbom@))EBE a2 A KXG)HF T2 (R TRELLS
M) REBEREMIF o
EHO) P B2 R » TRE -~ FE B -
ARBEHRFHEB P REEB T BT - kb AT
20 AXARERBEB TR K XS FRX —_FEREXE
RAEAAKRBR AR - wAvkw - —F85% +
Tl _HE_TRERLZARER ) —AFK A2

15



1385143

5
| _

10

15
®

20

S ZRAFR - WRACRERICELAARES  FE - T
B -EZAE - TE 3R TE L _BYERABEL2H5LER
BB A BB AAMER  CBECE - LEEHES - LEEE
TE - CEBETE - LH2RTE - LHE3RTE - LEE
SREE C LERBRE - ABE MBS >  RELESENEAFAE
Bl AR -FRLAFERAALAAMES T~ - DMF -
DMSO NP AB B = BAZEZILLEHE -

LA BRBHHEBMMHB)N > UERBL24R K
B AE -

b DA BT UERBLALNEFLE S
1% -

AN H@) BExERAEAHIS~ISEE > XL
0.8~1g EA4# -

BT Rl ho - BEE - RIREE - RoAREL - BREE - A B
%ﬁ&%&#&@é&: VT8 - A8 LB BB~ T
B RTH B JRT M — 8 - LB - AR - AR
BABE - KBL - ToREL - TR - LB BT ARE
HEBRETARE AL RBAFTREZRIANE - X
BB - BUREE - BRRBEL - BRBE - BB BB KX SR L
12 BABEEFE 44 -

BEN1g2 L eH(4) RRANLEHSE LA
8% A45~20ml > X X8~12ml& 4 » B A 9~11ml P 4¢ o

URBZHET BERALHS50~150C » AR #T0~130
CHHRZBETHEAAT —H/NH0.5~40/ 54 & % -

16



1385143

10

15

20

RRBELAABRER Y BANECSHW@ XL BRI
eMO)RE B2 RE > TRERTATHERERX -2/ 71 A
MR)ZEARE  BERLLHQAOELEH TR EX

2 RE-B BE R E22RESH  TLERBILS
MAORXEBEATHBREGBATERIT £ 52 RBER
-ﬂ-o
AEERBEAXTHERAZE LAY TARERZE > X
ERETHFZENLEDRTHRAERAZISE - %
HRZBTRUTZEBAfH o
BB FERZLETEHRZD > TRl 4B

B(BliodnB ~s7EE) B ELBB(H w458 - 82 )%
ZERB 428wt R E}iﬁﬁﬁ(ﬁdﬁn%‘aﬂﬁﬁ S BRBR AT B
BRSO~ B R ) RO B R A B (Pl o5 B 842 - %EkE A
M- REEASTE) B ALY (B ko 8 AL
M BAMLF)ELRBRA2E flio Z(RR)KE

], 8.1t
& e (15

WEZFRE -ZCE-N-_ERRATKE) ubex -~ £Habor
T~ sRok s Foaber v = P REaber c — F AR - N-(J&R&)

ABBHKRE) 1,5- =y #3[43.0]F
#.-7(DBU) -

be 2 % 48k (#] ko N- F
¥ -5(DBN) ~ 1,8-=+Y #3%[5.4.0]+ —
X(DABCO)S B A 8 ; Bag el - 58

B R AR SREY eSS

1,4-=—vY
#BIR[2.2.2]F &%

B saig

P
‘_n

HE

~

-
I
ped

LB - RELE - L —_®Y - H 8
B - T BB - JLEEE -

ok BB - T

B

BB

B -8

S

x

~

2

S
B
o

B
B
o
B

CBABEB - BB -

3
R
B
B



1385143

10

15

20

e
R

Bk BB BRAERMBE AR S
BRAXmrZRHARBHILEHFY  LEA
HEBEEW Bl ket CECHE) MERBZER LY
B KA o

LEBRERASY Bl A%tk BB E - B4
ERESEBRBELSERERBAY  XEGETREBN - B
HEHETAZGLEE  TEREX-2FV T2 8 891Ld
DITHRRERE Y 58I E R -

~HFX

'>\""
s

%

¢

g

B MR
RBAEHA FAESBTRERAZSE R WBEE @
ERBERAZXEABRBETRE MMTAESFRR > A2 A

MExRE SEAFRELANLEY FLI-C4_f %
FR)S-FRAEMRELSB - X > KEAZBRAEERE A
ABREBAHER > THRE-BEBTER-REES ¥
AL MA)EBILEHOE)RE LS RILEMQR)ZRE  BiLd
H(2)RAEEHOC)IRE S RILEH(DZRE - sbst > K55
ZHFEF O BFRCALSNAEY  UTERTHEZ 41
#BE RHEIZLEZI-CA4 R RXFRA)S-FREM L

BB o

T

[ &% 5 K]

T4 Az &id Bk
MTFREEFH - FHPRILEG ERBFAELFE -
£AE6[1 1-RA-3-EF KR
A% AL 4 4 (4)7.00kg(54.16 % B )i M #» 105X 2 2 8

18



f385143

% 96131817 RFFRAAELZMHER ik B # 1011112

5
[ _

10

15
®

20

14 o] A{I%
\o¥-\\ fllyﬂm

g

A

&N

LB P BEHBERANESCUAT » BEHIF 40T
T 2 B e 8£2.66kg(27. 128 F) AL ¥ - 4k > NATIFZAL
M) IREEEBHRBIFR P 0 lwAS506kg(56.83%E F)=
AL AR ZBERT I - 2% BRERS
EAOCUTF » ENE P wATONT K » BZER B
Z80~90C(MMEA) MAMBBLETLE - BERLYRAINE
A0CATF » EAHE P HATONHF R > RAH50C EFREZA
fbbadh - R3SAFA KB FTRXR RHAS0C Rk FHL
BHTFRRANEIOCKRT » HHA3054 - Hoémd
B & RTAFHFRRF - &t BAFZERZRI0C LK
7.5)8% > FREZERILELEY -

AE 9.1lkg(Rit DA R REZ Z FR85.7%) °

GEEEIEE 69-74C (& AEKE) -

IR(KBr) # 3 : 3439 > 3296 2916 > 2164 > 1659 » 1556 >
1160 > 718> 572cm™’ -

BENR/MEERSAN T3S5C(H) RRAB R HE
277.5C o

"H-NMR(CDC13) #% 3% : 0.88ppm(t ~ J=6.6Hz ~ 3H) -
1.20-1.38ppm(m~ 10H) > 1.43-1.62ppm(m~ 2H) > 3.17ppm(dd ~
J=6.9Hz - J=6.0Hz - 2H) - 5.60-5.70ppm(bs - 2H) -

5.80-5.95ppm(bs ~ 1H)

S#H2 1-G4-—RKEXFHA)S-FHA LI - 2B 88 >
B o AR |
12 1-G4-—RETFA)S-F AN - 2Bk BiE M

19




1385143

@
10
15
|
20

AISmIT 8+ > |RS5 054 0 AT it 2 454 % 57HPLC &
o A RAO0IN%ZI-[N-GA-— REAF AV FaaA-3-F 4]
PR (4% 05 198445 ) » #2022% 2 I-(N- ¥ A & ¥ &
£)-3-C 4R XTFR)M(RE 5 RI10.54%)

HPLC % #

4 D YMC AM302 4.6mml.D.x150mm -

#r &R ¢ MeCN/0.OSMI1- ¥ Jx s Bk s9 K B R/ T 8
=700/300/1 -

HAl % 1 UV254nm -

I-[N-GA4-— R X FRA)RFEHBAI-FAIMZHERY
Yo F A

NMR(DMSO-d¢)d : 0.86(3H - t - J=6.0Hz) -
1.07-1.35(10H * m) » 1.35-1.49(2H ~ m) > 2.95-3.15(2H ~ m) -
4.12(2H ~ d ~ J=6.3Hz) * 6.78-7.40(4H ~ m) > 7.23(1H ~ dd -
J=2.1Hz ~ J=8.4Hz) » 7.46(1H ~ d ~ J=2.1Hz) > 7.54(1H - d ~
J=8.4Hz) -

I-(N- ¥ A FEE)3-C4-—REFRA R HERE
Yo F it :

NMR(DMSO-d¢)d : 0.853H ~ t - J=6.6Hz) -
1.02-1.40(12H ~ m) > 2.89-2.95(2H ~ m) > 4.33(2H - bs) >
5.76-7.00(4H ~ m) > 7.28(1H ~ dd ~ J=2.1Hz - J=8.1Hz) -
7.52(1H ~ d ~ J=2.1Hz) » 7.58(1H ~ d ~ J=8.1Hz) °

Tl 1-C4-— KA FHA)-S-FA4Ea - [Bagem .

1/27K &4

20



1385143

5
®
10
15
o
20

# 1t & 4 (2)9.82g(0.05 % F ) # 34- — ROX ¥ K&
10.63g(0.05% H) o A4IMIZ LB TE P » L @ R6/ 85 o
BE BRERRBRESR WA FHAI2mlK £47m]
ERABZRAOCREZER BRNRERFTHEANLI3gZ B

o X 1 BATFZIRAMIN28-30CEH305 4 0 BT
WHE R RE BLEEUVENREBHE LS F9]23.4g(%
FBERKE)ZTI-CA R XFTR)S-FAEM-2BE B - X >
FEaBEMFZES > MEERFENI6TmIZ K P > 2025-27

CHEHRFR2INE  EHE L BRVESHKEFHL
LL40°C #4220/ 85 5 43 3] 17.05g(81.6%) B 45 B 99.9% 2 42 27,
L& -

Ewp2 1-C4-— R EFHR)S-F A4 - 2eg e

A5 #(4)100g(0.77T4R F)is W12 X LB ET

B BAR PSS AR AER37.680.383 K F) -

BIF 2L H(AD)Z 2B BB OB FR P WA RE
16 4968.9g(0.774% ) £ B B A LB FRINE > AHR
R EH0CH » KAEREAH500mlz (1)5%5 & ~ (11)5%
ST KRR ~ (1D)5%% B L KER ~ R(AvV)K » R#F A
wmE -

Ao b ARG 2o HQR)Z LB ETEER Y » FiHH
i Ao AL A (3)118.5g(0.673 % F) » H Ao AR B & 58.4m] -
Rk mBREBR  PFRAMBE H800mIx ZE&E TS
% BRIRERMWBERISNE AHFRERE H40C
#oNHE b AR BHEIOmM ~ K100mlR L B # 134ml - =

21



1385143

10

15

20

% > R60~T0CHR#HRARIEHE » AHEI0CKRT > it
DR EE R KRB EA0MIZEREBAEZE L
Fg o R60°C LR > FEIZMILS Y o

AE 2383 e ()AL Rz & ER813%) -

¥5 8 : 228.9C -

IR(KBr)s 3% : 2920 - 1682 > 1634 > 1337 > 1035 » 820 -
640cm’™’ -

B3 1-C4-—RAEAFHK)S-FHAEH - 188 .

1/2H,0

HALSMAZ 28 & B100g(0.225% F)pn A 1A FH 2
ISHEBEREKRBERY  WwHRELSREILLSMALRRIEL B
PEHIST NHE PN LHE0.2g14 » U25~35C#H#+Zx
RUNEE o 2 4% » BHRFHZEREIOCCUT » it 5 84
HER BAUR200mIZ KR FHHLE R FEB(WVe) B S -

ZBERRINAZISUERERERBELIE L
40Cs1k BRBILobHZRES -

EE 9054g(nib b Az 2B B B A Rk & % 2
96.5%) -

& £ (HPLC) : 99.9% 14 L -

RE EAKEBBYI0Oum & F &5 K/ > Bp 5T 0E#) b
ERANBHARE L -

8 173-174C -

'H-NMR(DMSO-d¢) % 3 : 0.85ppm(t ~ J=6.8Hz ~ 3H)
1.10-1.50ppm(m ~12H)» 2.92-3.08ppm(m ~2H) > 4.33ppm(d -

22
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J=6.3Hz ~2H)’ 6.80-7.20ppm(bs ~3H)" 7.30ppm(d ~J=8.4Hz -
1H) » 7.48-7.62ppm(m ~ 3H) » 7.70-7.90ppm(bs ~ 0.5H) -
IR(KBr) st 2 : 3316 3190 2928 » 1584 > 1549 » 1152 >

1032 » 723cm™ -

5 BERE/ME B NW BRAIE(40210°C > 90£10°C > 170
ISCHIRARAE - RABERNMAINNOARAE MM A LS =
5 82 ) B 45 OME Z 38R R BB o

_ X4 45 K 4 4t % 35(20) : 3.6°~ 7.2°~ 10.9° ~ 18.1° ~

® 2550,

10 Ewsd4 1-CA4-— R X FH)-S-F R - 1Eages .

1/2H,0
HAL G HAZ 2B B B e a4 8 8.92kghw A 15%2 2 &
KIBREKIANH L TE20NFZ R ABR)Y > 3 ho
ERZRCREZALE L ER - R AHHMBZITERE
15 #40°C > B E P AN & #90g > R30~40°C #8342, 05
EAFZBERALTEHIOCH BBy BT ELER B4
® CHBEmAZER  FREAEILLY -
A E 8.15kg(u b b A 2B BB MRS R AR ES
EERIT74%) -
20 & B (HPLC) © 99.6% 34 L -
Y5 2 173-1747C -
'H-NMR(DMSO-dg) % 3% : 0.85ppm(t ~ J=6.8Hz ~ 3H) -
1.10-1.50ppm(m ~12H)» 2.92-3.08ppm(m ~2H): 4.33ppm(d -
J=6.3Hz ~2H)- 6.80-7.20ppm(bs ~3H): 7.30ppm(d ~J=8.4Hz -
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1H) > 7.48-7.62ppm(m ~ 3H) » 7.70-7.90ppm(bs ~ 0.5H) -

IR(KBr) %% : 3316 - 3190 » 2928 » 1584 > 1549 > 1152 »
1032 > 723cm™ -

BEREZ/UE B M BB 240210°C - 90+£10°C » 170
ISCHIRBRAE - BRABERANY AR MBEA ELE 0 =
8B B M Z 3R B B o

X4 %8 K45 % 3(20) © 3.6°~ 7.2°+10.9°~ 18.1° ~
25.5° ¢

EHblS 1-C4-—RAFH)S-F A EH - 18 .

1/2H,0

AF AL A 47 (4)98(69.64 ¥ F ) x A 90N FF 2 ¢ B iE T &5
Yo RANELBEREIOCAT AL TSR ERLS
40°C 36 Au A 3.35kg(34.16 3 F) 2 ;R ik (8944 )

PR ZAL M) Z BB B REFRY AR
B AL 496.2kg(69.64 3% ) > 3t fu Bk B A LR AR BF 0 AP
FAIiFZ REREH20~40CH KAEERLEHISXH 2
(1)5%3F Mo K 7% ~ (11)5% 2B 8 ~ (111)5%%% &% & 40 K 8 &k -
(V)RBK RFEKRE -

BBk AR Z LA MQZ LB ETEERE IS
C 2R EFERHERRLBIST ALY
(3)11.6kg(65.89 ¥ H) > B ANEBEG6.Tkg - K1k ° o E
WA ZBER BHEOS ) BRABEAT2AHZ R F
BAPRBERENBCH  NEFHRANEBET2AF R K
18kg = # % > UH0CHHABHERBER > E—HEHh
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SRBEME > NEFRY44-55C o AR BB 14.1kg -
MERBEHRERIUNG - 2% BABZRARASZEIL
CRF R8s R4 GHAGFILLARERT
RSANHZEREF > ERI0CCRTHELB ERH] B
B DEBER X FAHRBRRLLEQEBBE) > @ o A225
wIZ KT 0 R25-ISTCTHRAERS RG22 B > sy
B R RASAFZEAKRFABZIERE 0 ANHA0C
RSB RET A EHIE(1S5SmmHg) > 15 2] 2L
Z A S

A E 21.26kg(R b B)ARA R 2 F £ R77.2%)

Eopl6  (sh1bik)

HIlLbPHAZ 1BEEH - 1/2H,04 4 & 19.0kghn A 15%

ZLEBEARBR(EAKITINH R TEINLDHZRLER)?
EABRBOCUT)ERESGREZBLE R EREE N ok &
T#ATEBE - BRRBREEREREL » A EHI5C >
ANRE T AANRBHE(T6g) TR RERANE2TC B
IO ELHEIOC - B F > BOSBHHELE R By
BEME QB KA2AH)RFEE - &1 0 RA0°C s
Z & &2 3R mAZ 1 BE® - 1/2H,0 -

A F 1 1834kg(RIb A HAZ 1B EEHE - 1/2H,08) 8 &
AR EZERRICS%) -

4, £ (HPLC) : 99.9% 1% L -
BB 5 ARBBITI0O L m2 8 F ey K- > BP 5T N #) #b
HERANEBHARE -

\%\

S
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Y5 8 : 173-174C -

'H-NMR(DMSO-dg) % 3 : 0.85ppm(t ~ J=6.8Hz ~ 3H)
1.10-1.50ppm(m ~12H)» 2.92-3.08ppm(m ~2H) > 4.33ppm(d
J=6.3Hz ~2H)" 6.80-7.20ppm(bs *3H)" 7.30ppm(d J=8.4Hz -
1H) » 7.48-7.62ppm(m ~ 3H) > 7.70-7.90ppm(bs ~ 0.5H) -

IR(KBr)s£ 3% : 3316 3190 > 2928 » 1584 5 1549 » 1152 >
1032 » 723cm™ -

BoE B K/ E B S BB 240+410°C > 90+£10°C 5 170
tSCHIMBARBE - RABERANNOAEAMHA RS =
BB BB ZIRBHE -

w7 1-CB4-—FEFRA)S-F A - B

A

ERLEBEKRER ALLHZIEAERIEHILLHA
Z1BHB - I2HO0BE R EAD(H B2)ZHE - Kbl
Az 18RS « 12H, 0% 5 M30% A L 2 LEKERY » »
30C F2 54 8 8 51 & > N25SC T2 281w 8
A0t RIS - XMN20°C FH2N 5% B4R FIH

{2 B BB R REESY R & -

R15%2 LERRBERBIR » £35C T4 5B ETRE
W& ERGBEEOCHEP TA2INFR TS RIN
2 ENI0%ZTEBAKERTY > FREBREBERSEST
C > 45 &k 6/ B 4 o

U LER®RTH » ZREN0%UR L2 ZEKRER
F oo BUIC-ASTHRM2IEA L PTRAEE R E K
B(M) s XTh » ZBENIS%Z LEKBR T » #H40C
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THRHA2IMEFERA L FTRE2BEREKEAH) -

(I# &) :

Y58 : 177-179°C -

X4t &0 K44 £3£(20): 3.9+ 17.5°~21.9°~ 22.5°

gl 1-C4-— REXFHA)S-F AR - | Ba e

A 200ml Z 3 fv AL 4 4 (2)20g B AL & (3) 2 B &% &
20.2gF > ﬁﬁaﬁnmiﬁi&,é\f&l.&bﬂ% fEREEZRERE
HEm o BEE BT PR AE T HANI0%Z LEEKER
200ml > ,@r/mﬁn,ma » 244 0 U10%Z TEER -~k B A
BEARRKEE F2RAEN281g BRALBLE# 2 B8
fa FRaeERER RIS H22.1g-

RibeHAHEEZEETRS1% 2tbHmB)B 4
B2 EER569% -

PR 2 1-CA-— R A FHA)S-FREH - 1Bl

AR F AT 2R & Hdgh 60mlz 15%EtOH ¥ Ao
BBMGE AW EAC AR BERHINE - BEEC
Wbz 8 138]3.6g2 42w iboM -

RBEMAHEEZ EEZIY% -

BE G BEE KB I169-170C -

IR(KBr) 3% : 3314 > 3176 > 2920 > 15955 15455 1146 >

1027 » 723cm’™’ -
RERNE/MEESRSN CBRRE H11015C > 170+5C %

2RBRME - BRBBERMHNAORR N E S 2458

B B A M 224 B HE o
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BBI3 HAFRARBER L KT

A ¥HBES1g(6.0% £ F)MNaN(CN),0.56g(6.3% ¥
F)RISmIZ FR P @R20E > ERNAMIFZRLAEH T oA
34-—AXFHE1280.TEEL F) BER2.5/ 8 - M B rrig
ZREREGRATHHPLC O #4#4 » B 9 1-C4-— & %
FR)S-FAEM - |BEEB(S5854 > 55%)2 9> F 4%
L5-— ¥ A (11.40% » 9%) » 1,5-#3,4-— R X 7 £ )4

AR(3.46%  6%) > 1-3,4-— R KX F £)-3- R8I (2.1 > 4%) -
1-3 3% -3-F AR (2.60% > 11%) o
HPLC# 4
4 0 YMCAM302 4.6mml.D.x150mm No.188 -
M &k MeCN/0.0SMI1- 3 % 55 8 49 K5 &/ T B
=700/300/1 -
B E UV254nm -
[BXBERSA]
£
(2 A& %3A])
£
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(o\‘{r‘\( }’]U’B{l/ ‘q

#96131817T xR HEVHFZHEEABF LK 5. 8 #7 101.11.12

+FHFREHEER

L —#1-Ga=RETR)S-FASRALB 2B >
% 1-CA—RXFR)S-FRAEMKEBAUAKX()

NH NH
I |

/(CHZ) 7CH3
N N N (1)

Cl

Cl
iAo BARB I EHRERAXQD):

NH

/“\ _~(CHg) 2CHs

NCHN N (2)

-8 A-3-FAMKALBAUKNG):

Cl

(3)
Cl CH2NH2

i34 RAFTHEIESE  NEBEAAREE TR
B EPZEBEA2ABREBGEANGTIHAMEBARZ
BHax il —F:

(a) T & AEs

(b) & & E % B >

(c) B —CTh8 » &

(d) R'"COOR? (6)

(R ¥ RAEAFHHMIZZHA RETHHI-62ZIR) -
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% 96131817 ¥ HE ¥ H FH BB ER #EBH 101.11.12
2. wYFEHNBBRIRZILE L AV 2 ARBR

HEANBLEETE - LBETE - LE2& TE -
LEE3R TE ~ CEBEENE - CEERES R BHELEHBES
FitEmZBZE VY —FEER -

W FFANRBF2RZREN 2 A VB2 ARER
1 LB ETES -

WY FEHEEAFI-3APE—BEZHEF R G
HFAETHITRE ©

WP FEA B R4A2 WS F ik Ay #4Eand
BB - BRBL c B RSB I B E L — 4 o
—HI-GA- R ARXFR)S-FRAEM LB HEN
% 1-GA-—RRFE)S-FAEM KA BSZ AKX

NH NH
)1\ /U\ /(CH2) 7CH3
N N N
H H H

(1)

Cl
Cl
Fiamk o BHRBFEOLERTHH:
2 A X (4)
H,N-(CH;);CH; (4)

PRz EFERIAEBHUKG):

M-N(CN), (5)

[XF > MiTi2B)

FImZAteh BB NEBLAFERERTREMF AKX
(2):
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¥ 96131817 £ HEV B EHBEB LA i 8 101.11.12

NH
HN/”\N/(CHZ) 7CH3 ( 2)
H

ATz l-8A-3-FAMKAESE &

5 BAEMAFTEARE - A -3-F A MK H B AL
KX (3):

cl
[ | (3)

Cl CHoNH;

10
FimZ34-—REAFTHIESE  NEAZAREBR TR
B RV ZEEAARERGEANSG T I HAmERZIH

(a) LB HABEE -

15 (b) Bk E & AES -
(c) mBE—_T 85 » &
@
(d) R'COOR? (6)
(AP RAFH#I3zHA REArE #4625 R) -
7. —#1-C4-—RAFR)S-FREN LB HEH
20 E 0 1-BA-—ARAXFR)S-FRAEMSKABZ UK
/lk /lk /(CH2)7CH3
(1)
Cl
Cl
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F 6131817 P HEFHEHBEBSEAR #%iE B # 101.11.12
ko BSERFEGEUARA):
H,N-(CH,);CHj (4)
ez EFRIEBHRUK(S):
M-N(CN), (5)
5 [X¥ > MiFT&HR2E]
AT AEB NELAAEREBPREL AKX
(2) -

)I\ _~(CHz) 7CH3 (2)
H

FAmZl-fA3-FRAMKELB B2 > ARE&HL-RA
SB-FEMKREBXERAT  SBEAERBEERT WA
A(3):

10

Cl

15
(3)

Cl CHzNH

FAIRZ34-—RAFTHERIABE  #1-REA3-FAMKE

BRI R AXTHERIREBEBRE  HPREs 4 FHER
20 HEABNE T EAMERIFRZE Y —F

(a) T B /a5

(b) 7 & E & &5 >

(c) B =8 > &

(d) R'COOR? (6)
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(';"{“:F' 1R],-§7T:E}j{ﬁl-3—i%‘ﬁ£i ’ sz{ﬁtaﬁgi4'6z%%) °
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