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We examined the effects of phase transfer catalysts on the synthesis of 2-n-butoxy-5-
nitrobenzanilide and 2-n-octyloxy-5-nitrobenzanilide. We found the best reaction conditions
in our investigation to synthesize two aromatic ethers.
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Br OMRETIZI—v v STHELER & L TH
5T v 5 Parsalmided & = — 7 VLR &
CEALZ, T4bb, NrErRICKEALLESR
ETNaX L EORKEBRIIGICEL 52 —T ML
i, EERHF= oL TEEEENTWTLE
o Williamson D HE T3 =— T Wb BEEL =
EFEILEN TS, L7zd - THRERFEENE
BTk AEE R B (PTC) 2fHL 72— T b
RICEBZBETLTEBY, ZoRcE2IZEBLT

FEGRERBFBEERENDWHLTLI—NIZL BT
— T IMERIGIZ DWW TREIL T & 72, ZDREERT L
a—nNfEHE, BROBBRMESD 5\ IFEROKG
HrED L=+ o EDBRME L & GEGIE
THZEick-T, BYULHESHM L —T
L& RkESEAINEZ L2 RBL 722999, 2
X—ALIZRLA L ) ICHEEERND TERERD
Ny X7 =Y FHFEK(1]H 5 viz[I]D 7w
X7 a—n[Iick bz—F WMERIGIZDWT
BRETL R R 2HME LY, MEEERERERY

=) FHFEERDZ— T IERIGIZHH TTH -

OZN 02N
PTC
QCONHCSHS + CHCCH,OH ——— CONHCgHs
Cl OCH,CCH
1) 2
0N (I] ( 0N
PTC
Cl‘O—CONHCSHs + CHCCH,OH ——— HCCHZCO—Q—CONHCSHs
I I
0N (1] (]
QCONHCsHs + RmoH —HFC. QCONHCsHs
Cl R=n-CsHg : [
(1 R=n-CghHy7 : [V1 R=n-CHs
R"—'n'CsH17 :[VII]
Scheme 1
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2izeh, Tha—nElLTxXrErizdhkicd &<
BT OGS RN EERZ HbNB T X NLT V2
—IUZDOWTRE L 72, SFEIZKICEEZL7FL
Tha—n[IV]EF 7F AT ra—n[V]ick a1k
A1 oz —T bt et L 72,

2, BRESIUER

wewllln7Frz—FubBLUr 790z
— T IUERBIZ DWW T, DEDHEBICDOWTER
FITVWEHDI—T L2 RIBWRIEETEL 2D
DEGEERL 2,

(1) FER#EmE (PTC) nfEfH: KiGEE

(2) PTC mig & KInE

(3) KBt + )T LDE L FIGER

4) Tra—NDgrRIGE

(5) RUBIRE & BGE

(6) RUGEEE & R
UTo#RB S UEETRILEW(1]2 700
%, eVl 7F L —F ks kL
VIl % A 7 F Lz —F VAR & B FRT 2,

2.1 HAEBHME (PTC) OEF

7uaufkn7FNI—T MBI UOF 7F L —
T WMGIC@EY % PTC 2 R $ 72 H10FHIC O\ T
BRREBRZIT-o 72, EAXAFICEMHIIDENE) TH
5%,

7uoofk[I] 10 mmol

TFENLT A=

HBWEIAIZ7F LTI a—) 11,5 mmol

40% NaOH /K #¥# : 15 mmol

£%& PTC : 0.5 mmol

N+ 20ml

KGR 60°C

FGEERH @ 60 min

RIG#T 1%, £BHFcEEns7Fra—51
K BVIIF 7 FNZ—T VK% EEK 7 o= |
777 CERS L TRIEEE K, @Y7 PTC
2RML,
ERICHERAL-PTC 2K 1 ICEBRERE*R2B
FU3izmRL7

=1 DOMEMBEMEIT A2 S ] TREEDE
ICh>TWwd, BENEWT Y E= Y4 kAR
=TV LEDEBNLEDLD—RICIIIS L LWV, B
BLZRBEIBWIEEEZ B2 LD TE S,
K2OHERIZINT7TF Lz — T LR G B

% PTC I IGESO B LU EDD, FEIWU T TH 5
ZEHbh b, JORIEEIRLEL D & Fizidiz
LA EED LD, ZDHEDVDHNWDE L RGFER
FHCIEF &I 2200 PTCIc#» TERBRT LI &
2L 72,

#£1 PTCO9FALES

4 F R

(CH;) NBr

CsH:;N (CH;) sBr
C1oH21N (CH;) sBr
(C4H,) NBr

(C.H,) .PBr

(CsH,) ,NHSO,
CsH;CH,N (C,H,);Br
CH,P(C¢H;):Br
C.H,P(CsHj;);Br
(C1oHz1) s NBr

Z
o

= T OTmEHOOw>

T 7 Fnz—TMbicEY % PTC 2#8R&E L 2%k
SOFERIZINED, E, FBIU] DRIGENNE L
T 7FNz—TNbIcEY % PTCTH B Z b
Bolze 42D PTCHORIGEICITEA EEI TN
B, BT VP2 7FNETTrE=7LEERAKR
=7 LENENTH B D L EnfliishFEoEic#
BREFR-72DT, 5HBNEBRTIIPTC%#D L EIC
Mo TREFTHZ Lz L7z,

®2 PTC miEfHE RibE"

o &2 CRRE: S T 4
Prc ® (%) (%)
A 2.71 20.4 17.6
B 2.75 19.7 17.2
C 2.71 41.1 35.5
D 2.81 55.9 50.0
E 2.82 48.9 43.9
F 2.95 54.4 51.1
G 2.99 46.2 44 .0
H 2.62 5.1 4.2
I 2.70 10.4 8.9
J 3.23 60.8 62.6

1) 7HFnz—FNERESR
2) HEHRNEIZILERT3 14g

2.2 PTC mE . RICEDRHF
PTC %&£ TIZ0.5mmol icBIE L TEER % 1T
272D, TFLI—TbBLUAr 7FLZ—T L
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EFEERT—T MERIGORE (V)

®3 PTC miEfH L RSE

x5 MEJORERIbE

PTC I &2 GRS R TR 3 J I &= TR E Rk
() (%) (%) (mmol) () (%) (%)

A 3.04 44 .4 36.5 0 2.90 7.3 6.7

B 2.88 32.7 25.4 0.05 2.66 8.5 7.2

C 3.10 48.3 40.5 0.10 2.83 10.4 9.4

D 3.52 75.4 71.7 0.50 3.23 60.8 62.6

E 3.47 75.0 70.7 1.0 3.64 100.0 98.4

F 3.39 74.4 68.1 5.0 6.41 40.9 83.5

G 3.19 56.8 48.9

H 2.77 18.3 13.7

] 3.86 70.1 71.2 72, SR AIEE ICF N2 b d - 72, 5mmol

1) A 7FLi—TFLEREE
2) HHRINEIZLEERT3.70g

ILIZ B il s L TN AALEZENEN2DOD
PTCIc oW {HIKE*E 2 TRIGE L DR ZR
gL 72,

2.2.1 PTCOEBETFLI—-FTNEDRICE

7 v ufkd bEWRIEERT7F LI —T WVKE1F
572z, PTCHOF : JongE% 04 5 5mmol F
TEZ TRIGHE & DR % A7 RIG&EMIF2. 1]
DEARGEGETPTC nEZ T 2L &2,
BeEFR4 LHIZRL,

R4 BMREFOBERICE

F N 2 R/ E RKIGE
(mmol) (2) (%) (%)

0 2.90 7.3 6.7
0.05 2.57 6.3 5.1
0.10 2.72 7.5 6.5
0.50 2.95 54.4 51.1
1.0 3.11 77.7 77.0
5.0 2.91 88.9 82.4

F4robbrbr)IcFOPTC CiIEEZHL
T ERBERIIAE C ER L2, Rz 7 2 )uK10
mmol |2 %+ L C0.5 mmol Ll D& TRIGERY B

CEL RN, MESHRSAKRECZ EXHLPICE
720 DHICHEAEOT ERGEIZILIZE( LS
Emic & 5%, RLBMLMENFEREL TE 57K
TR Liznwa T, MEELS RGEG % RE L
TEHIERIEELZBE T LIt

PTCL LCJ2FRHLAZESDERTIZ1

RHEEEFRACERIST

DBAICIRNED S > T BNDIE, JIZ10EHN
PTC mih T Y BRiEMEA R  KISHT 2 BHBED
BN 72O KETREIZS oD EEZ LD,
KR 2B T2 ERBANFERLEE2EZ D
WENHBEBRbND, 512 5mmol TIE% < 2
HHVE3Immol FHL ZBENERLVLETH D
ERbLNB, BABIUSHLbY S L) ISR
AL ZWEREEIFETICENAZ E2r LRI —T
IERGICIZ PTC IR METH B Z L b o,
ZOBD G TIRBELANDEGEEZ TRWE
RKEBL22HF, JEi20.5mmol iCEEL 7,

2.2.2 PTCOEBLAIFNLI—FNFEDORICE

zaafkdr bt 7 FNI—TIEEBRIGET
B272DICPTCODEEnE#% 04 5 5mmol
¥ TEZ TRIGEE DBFR % A, G FRMAF2.1
HERULTPTC mEZITELI Iz, HREKRO
L TIZRL 7z,

xK6 MEDNELRBE

D N & THE REE
(mmol) (2) (%) (%)

0 2.74 11.8 8.7
0.05 2.90 28.5 17.0
0.10 2.83 28.4 22.3
0.50 3.52 75.4 71.1
1.0 3.70 91.9 91.7
5.0 3.61 91.4 89.1

£ 6 DRI I TR 7 v v 4K10 mmol 2
MNLTPTCoHD #0.5mmol L EFHAT 3 &, K
BRIZKELS LRTBEZ e b oz, TR
TFNZ—T IR ERE LIEMTH - 72, 1 mmol LA
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FHEEE - G & - KIRIERS - WHEM - FHEK

ETIERIGEIZF0% TIIIT—EIZ ke 2ER 2R L
720 251228 L3 mmol DEBRTHEDI D BLE
hbHEBRbIS,

R HMEEOBRLRICE

E m e &TAFAFE RKIE=E
(mmol) (2) (%) (%)

0 2.74 11.8 8.7
0.05 2.81 26.8 20.3
0.10 2.88 25.7 20.0
0.50 3.47 77.5 70.3
1.0 3.62 98.4 96.2
5.0 3.99 87.6 94.4

PTCHOE#FRLXRTOERER»PLY, ZhF
TR L FHEIZ0.5 mmol L EofEHE TRIEEIZ
BEICES LD Edbh oz, MEEE DEHAL
BWRIBETH - 72552 DOflt & 90% LI ETE
WIS SRS H B Z e hbh o7, K6 BLUTH
bbbtz 7TFr—T MLERE, ——F ik
I PTCIRUETHEZ Edbh oz, ZDHD
BRET TIIBEELAN O ZERF TRIGERZ EiF 2 722
®, PTC» D, E & $0.5mmol icEZEL 72,

2.3 KEMEF PV OLDEEREEDBE
INFE THERTIIKELT M) 72nBRHEAE
R 15 mmol IZEE L T & 7255, Bz —
TWDORIGEL2ED B I2OBEY L B2 RET L 72,
2.3.1 KEBEF PV LDBETFLI—-FNE
DRICE
TFNZ—TNEEERICETE S 28
KEEILF + ) 7 ADBRIZOWTRETL 72, RIG &M
32 IHELE D ER GRS TIT - 7205, BEL 72D
FPTC%F & JicEZEL CO.5mmol L 72 =
EBLUKBILS F ) 7 LADEIZ 7 2 )L4K10 mmol

®8 KEMEF P Y ILDE L RIEED

NaOH X = ERE KEHE
(mmol) (2) (%) (%)
0 — — 0
15 2.95 54.4 51.1
20 2.96 60.7 57.2
25 2.83 61.2 55.1
30 2.88 52.7 48.3

1) PTCizF n%EE

12t U TR B 4 4 15 mmol 2* 530 mmol F

TEZRRZETHDMERERKRE L IITRLT,
Z8hr bbb bk )icKEbLF M) T LREPLL

THRIGEI LT L2 LR L ko7, 561230

mmol Tl KIGEIZMET Lz ZHE@ET LA ) T

HBHKERILF L) 7 anBEmIc L > CPTCHEHE

BN TFNZ—T NVEDGREVHEIND,

£ KBEMEF MY I LDE L RSEY

NaOH & TR E O RIGE
(mmol) (2) (%) (%)
0 — - 0
15 3.23 60.8 62.6
20 3.22 55.9 57.3
25 3.53 53.6 60.3
30 3.53 51.4 57.8

1) PTCiz] n%EE

M JICEARINDERBERILES LIZZFFL T
KEEILFT P ) T 2nEEHBPLLCL7TFL—T L
CDORIEEZIZIEAE LT W Edbhr oz, L
L, KELF F ) 7L ENERGIIEET L
WIZELHHLRIC L ST, ZDZEDLIDHENE
B T3 PTC » F TI320 mmol, J Ti315mmol iz
BETHZ &Lz,

2.3.2 KEMEF PYDYLDBEFIFLI—-FN

2 30)ATE 3

FI7FNZ—TWEKEERIGE TR S 1208 Y]

ZIKERLF P ) T LADRICOWTRET L 72, Kb
32 1HICREE L 2 FET, EESIZI PTC 2D &
EicEE L7zt L KBBIEF Y 724%15
mmol 7> 530 mmol F TELR 2T & TH D, &
REFEIOEL1LZRL 72,

R0 KEMEF Y I LDBRE RipED

NaOH I &= TAFAE Kib=E
(mmol) (2) (%) (%)
0 — — 0
15 3.52 75.4 71.7
20 3.62 75.9 74.2
25 3.66 77.8 77.4
30 3.63 80.9 79.3

1) PTCiZD n¥EE

RI0DFERIC L UEKERILF M) 72080 &
VICRIGEL DL T8 ko 2d, RGERE i
HENEEL T WwZ Edbhrol, LAL, K
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EERL—T MERIGORE (V)

BIbT P ) T AENERIEES W b
— T IMLIBICIEBETH B e obh o7,

£12 FTFAFPALIA-NORE RiEEY

| ) Tra—n W E TAHER KIbXE
K11 KBEFPYILDOBERGE (mmol) (2) (%) (%)
NaOH N # oAl Sl < R e &R . 11.5 2.96 60.7 57.2
(mmol) (g) (%) (%) 20 3.06 95.6 93.2
0 _ . 0 25 2.94 9.1 90.0
15 3.49 75.0 70.3 30 3.14 100 100
20 3.35 73.0 66.1 1) PTCIi3F nEE
25 3.33 75.5 67.9 ) )
30 3 65 595 58.6 F£13 TFAFPALI-NOBRERIE

1) PTCI3ZE n%EE

RIDFERIIRIOE B ) KEILFT F ) 7 00
3 2 & RGEIET T 2MEMICH 5 Z E25bd -
72 ZNE PTCHOEZKRZAKR=7LETH), &7
W) THBHKEIEF MY 7208zt > T
PTC»ZE L TMER 2 k> 2 72HTld v
EEZ 2, ZDRDFEAERETTIE D iZ20 mmol i E
1215 mmol 2 EE L 72,

2.4 PLIA-LDEEFKENMF
INFETOEBRE TR 2EBENAT V- LESR

EARREEMEN1L.5 mmol iICEEL T & 7225, it

B HPTT L a—NLEBIZOWTRETL 72,

241 FFALFZLA-LDEERE

TFNI—TNWMEEENRIGERTE L 2ONTF
NTNIA—=NDEIIZDWTRET L 72, FUBEBIED
En@) Th s,

7vauwfk[1]:10 mmol

7F T a3 —) 11.5~30 mmol

40% NaOH 7ki&# : 15 mmol (J), 20 mmol (F)

PTC (F % %wix]) :0.5mmol

X+ 20ml

FOGEE © 60°C

RGEER 60 min

EBRERLEI2EI3ITRL 72,

PTC ¢ LCF 2FERALRREAE, 7FNLTNHI—
Ik B GEMN1].5 mmol 2 5 W3 & Kt
IR E (ML 72, #Eic 7 9 4K10 mmol 25 L
T30 mmol A L 72 BA I X RIGEIZIZIZTEER
T, 7TFATNIa—NOEIFIGEREICAE CHE
ELTwaZ Edbdroiz,

ELBDOHER»Lb2B L HICPTCELT] 21
HLBEAICL7F AT a— N2 REARGEED
11.5 mmol » 5 ¥R T L KGERIIBHIC ERL, K

KESEMRILEEDS

Pra—i W EAHFE RIKE

(mmol) (2) (%) (%)
11.5 3.23 60.8 62.6
20 3.39 78.1 84.4
25 3.26 85.5 88.7
30 3.40 90.1 97.6

1) PTCix ] nsEE

BEE FICKESBESELTWAZ 2 HALRICE -
72e DEICTFNI—TF NEKDO RGBT 5 Kt
BENGELER 255, BENEE2BECTS
fd7F LT Na— i1l 5mmol FH L, PTC
13 F iz - THRETL 72,

2.4.2 FOFALFPLA-NDOERYE RIEE

FI7FNI—TINMEEENRGERTHEL2HDL
TJFINTINI—NDERIZDONTRET L 72, FGEME
IIDENDE) TH 5,

sauafk[1]: 10 mmol

*7FNTNa—):11.5~30 mmol

40% NaOH /ki&# : 15 mmol (E), 20 mmol (D)
PTC (D& 3wz E) : 0.5 mmol

N>+ 20ml

FOGIEEE © 60°C

FUEER] - 60 min
EBERERI4E16ICRL 72,

R4 FHIFALFZLIA-NDORE RiEY

Tra—n B EAHEE RKEE
(mmol) (g) (%) (%)
11.5 3.62 75.9 74.2
20 4.15 85.4 90.7
25 3.99 98.9 100
30 4.98 84.0 100

1) PTCiiD n%EEB
PTC & LTD %M L 2RU4DFERIC L T,



FHRE - Il & - KIRIER - SHEEM - SHICHE

EARGEENIL.5mmol b A4 7 F LT L a—
NWEBRLTW ERERIEISEICES L), T
I—-NDEIFIGEREICAECESLTWEZ L
b oz, BERD 7 an4k10 mmol iz ¥ L T25
mmol LU EDFERTH 7 F vz —TF WK sEIZ
EFEMICLDZ EDPHELPICE -T2,

®15 FIFLPLIA-LOBE RKivED

Tra—n B EAHEE RIKEFE
(mmol) (g) (%) (%)
11.5 3.47 75.0 70.3
20 4.50 74.7 90.7
25 4.50 79.0 96.0
30 3.69 100 100

1) PTCIZE n%EE

F1I5D PTC E nFERIC L UTERI4ERIL &£ 9
A ZFATINI—NEERT I EIC L > TRIGE
FRkE<MET B b5, PTCIZD, E &
LRI E N E b o 72,

D EN GIRE & RIGENBRIZOWTEERL 72
WIRENHELZHL,PICT L2, PTCHD, E &
LA 7FNT I a—)i311.5 mmol A L 72,

2.5 RIBREC RICEDRF
INFTHERIZLTO0C TEML TEHK

JRE L RIEERE OBREBELPICT L 28, KIE

BEZ2EIETRETL 72,

2.5.1 RIGREX 7FLI—FLEOREE

FOGIRE%20°C 7 L BHIEE (75°C) £ TEZT
EEBL7, o8B, PTCIZFici#- TERL 2, Lt
FHIEOEDEN TH B,

7aufk[ 1] : 10 mmol

7 F T a— ;11,5 mmol

40% NaOH /K #&# © 20 mmol

PTC(F) : 0.5 mmol

N+ 20ml

FOGIRE - 20~75°C

FOGEERE @ 60 min

EBFEREERIOICRL 72,

RIGIC LA C ET TR H I 2 — T bl
F2WVH60°C THh L) BELEHL &N, E5I1I8
WMIRETIZ60°C £ D L#0B LEAT B L o5bh
272, NyEVBEHTRINUELRIGEES LTS
NLWHP PN TCERT ILEFHLEED
na,

®16 RDRE & RUSED
CICIE: 3

B & N &

(0 (2) (%) (%)
20 2.72 16.6 14.4
40 2.65 33.4 28.1
60 2.96 60.7 57.2
757 3.04 89.2 86.3

1) PTCI3F mER
2) BIGEE
2.5.2 RICRELFIFLI—FNEORIE
FOGIRE #20°C 2 5 BIIBE (75°C) FTEZ T
EEBL 72, RIBEHFIISEDE) TH 5,
7auvfk[1] : 10 mmol
* 7FNTHa— v 11.5 mmol
40% NaOH sk iAE# - 15 mmol (E),20 mmol (D)
PTC (D & E) : 0.5 mmol
~Nr+r 0 20ml
FOGIEE : 20~75°C
FCEEERS - 60 min
EBHEREERITEI8IZRL 72
R1T RRE & RSEY

B & EAE®E  RIEE
(0 (g (%) (%)
20 3.02 17.0 13.9
40 3.69 43.1 43.2
60 3.62 75.9 74.2
75% 3.79 99.6 100

1) PTCi3zDnEE
2) BRIEE
RITDFERD» LB LI PTCELTD 24
ALSE, BREBETRIGERIIKRES ALY
FNI—T VR EBNIC/RDLZ EDTE,
FI8D#ERIZ LU PTC #°E ni41c B IRIE
ETRIGEI RLEL o728, BUSEBEICEL T

®18 RUSRE & RCED

B LI TR E O OREE

(0 (g (%) (%)
20 2.97 31.9 25.6
40 3.09 55.7 46.5
60 3.47 75.0 70.3
759 3.47 94.3 88.4

1) PTCIZEonER
2) BFREE

Fr124 2 A
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¥ EHRL— T LRI OKRE (V)

I3 D BRIz E R -7, Elzow
TR M VBELZETELIIRIGEEZECTN
ISR LB [REMEIRH 2 s Bb b,

2.6 RUCHE & RISEDRBR

INF THEBRITE TRIGEE 260 min i BE
LCERLTERD, RUGKRRME2 3 TRIGE
L DBREREL 72,

2.6.1 RICEBE 7FNLI—FNEDORGE

G R #15min A 5120 min ¥ TZELE € T
FIERIZE I3 TRIGERIC O W TR L 2, KiE
FMEIIOEDR) TH B,

7wafk{1]: 10 mmol

7 F )T 23— . 11.5 mmol

40% NaOH X&# © 20 mmol

PTC(F) : 0.5 mmol

X&'y i 20ml

FOGREE © 60°C

SRR - 15~120 min

EBRRERERINTRL 1,
19 FUCEE & RvED
B LI+ TAREER ORKEE
(min) (2) (%) (%)
15 2.80 36.7 32.7
30 2.89 57.2 52.6
60 2.96 60.7 57.2
90 2.93 99.6 92.9
120 2.96 100 95.2

1) PTCIix F nEE

192> & b b & ) I KGR % BAFERIEND

60min 25 EBTHIEICE - T, KIbEE K&
METExzEhbhrolz, AEBRTRRIGEE?
60°C IcExEL 7255, 2.5HTRE L 2 BIKIAE TE
B4, RI9OKIGERL D JERBITLL2LE
RIGERT7FNL—T K2R 5 N5 THEMELE 2
LNBDTEBORETRETH 5,

2.6.2 RICERE F 2 FNT—FNEORISE

B it B S # 15 min #* 5120 min £ TZELE ¥ T
RIGE E DR ERET L 72, RGEBIZOENEY
TH b,

swuafk(1]: 10 mmol

A 27F )N a— ) 11.5 mmol

40% NaOH /kiA# : 15 mmol(E), 20 mmol (D)

KB EMRILEEE

PTC (D ¢ E) : 0.5 mmol
~Nr+r D 20ml
BIGRE © 60°C(D), 75°C(E)
BRtERRE © 15~120 min
KRR ER20E21IIRL 72,

R0 RCHRE & REEE

B LI« GG S

(min) (2) (%) (%)
15 3.19 45.4 39.2
30 3.10 55.1 46.1
60 3.62 75.9 74.2
90 3.39 88.6 81.1
120 3.68 100 100

1) PTCiZDnEE
PTCoHDicoWwTidZNF TORKRD» 560°C T
RG L 722%, RGRBEZ R $56 & EEITKE
ML 7z, 120 min O E CRIGEIZERNIC T 5
Z Edbiroiz,
RN REEE & REEY

B H & TAHE R E

(min) (g) (%) (%)
15 3.49 56.9 53.7
30 3.63 78.6 77.4
60 3.47 94.3 88.4
90 3.88 100 100
120 3.98 100 - 100

1) PTCIix E n%EE

F210FERI L F PTCH E T KIGER 2 &
CTBERBERBEFEFCES LI b7z,
AEBRIIBRRIEENTSC TIT - 1245, 90 min THRFE
HIIEFBHICL DI b7, PTCHD, E &
L RIGEEMRIEERIZKRE(HAEL TV Z D
o7z,

3. 7FLI—-FIMMERRREAIFLI—FIVER
BleowT

Z2X—nlleRLEI2-7mE-5-= }F B
AT =) FLI1E7FATa—n[NV]bswid
A7FANTNA—=N[V]IZREERT, 7FNI—
7 MKV b B Vid o+ 7 F 12— F VK[VID % B
ISR TEL &2 BRI L 72, V1B LU[V]idrE
FEERFTL 227 0 VXN T v a—) L) & Bk L
THRIZIT 2 IEBE IR, =—TFWUVER



FHERE - FIE & - KIRIERS - W HESEMm - FH3UX

G HEABENEEZ T, [VIIZ[IVIENDLES
WCBEBENFERNZ 25 EZNFNDZ—T VLD K
R, [VI] & VDO REERIC h2c ) Zh5H 5
bNEEZTHR, LAL, RtEEIKREICL -
TIVI]B LUV 2B RIEERTHEL &G RET
ZEHTER, EHIZ[IV] & [V]nKizxT 5 ik
ENEZIZIZEAERIGRICHELZ5Z LW LHDb
oz,

4. 2 &t B

4.1 TFLI—FMERS
2-7upg-5-= bR X7 FOTFLz—
TIELRIGTIE, WAWALRKREEE TELNHE
U 2 MAEbOETERL 2T TR WS,
-7 FNFXL-5-=tuxr 7= FrERW
LRIGETHR L Z DX TELRIGEEIZOENRED
Thb,
(1) Bieg&HE-1
B 1]: 10 mmol
40% NaOH : 20 mmol
PTC:F, 0.5mmol
7 FNT a— 30 mmol
60°C, 60 min

4.2 FOFNLIT—-FNEER
2-7uu-5-=taxX>XF7=) F4+ 7511
— TG TIE, WAWBLREEE TBL N
B EHE2HAELETCERL-DITTIE W
P2-F T FNAXL-5-= b uRVAXT =) FEE
BN IR TRL Z L TERRIGEGIIOED
BN TH5,
(1) Fieg&H-1
A 1] ¢ 10 mmol
40% NaOH : 20 mmol
PTC: D, 0.5mmol
A7FNTa— 25 mmol
60°C, 60 min
(2) RhegkH-2
B I] : 10 mmol
40% NaOH : 15 mmol
PTC: E, 0.5mmol
A 7FNT na—)u 30 mmol
60°C, 60 min
(3) B&4-3
JFARH 1] : 10 mmol

40% NaOH : 20 mmol
PTC : D, 0.5mmol
A7 FNT N a—) ) 11.5mmol
75°C, 60 min
(4) BSM-4
JERH 1] : 10 mmol
40% NaOH : 20 mmol
PTC : D, 0.5mmol
A 7F LT Na—n o 11.5mmol
60°C, 120 min
(6) BIZM-5
JE#R[ 1] : 10 mmol
409% NaOH : 15 mmol
PTC: D, 0.5mmol
A 7FNFTa—)b 11,5 mmol

75°C, 90 min
5. % B
5.1 EESE

TFNIZ—TIKEF 7 F N —T NAKIZEER
o=t 777 %> TIHENRBH/{ETEEL
2. WiE, HWEMEL I USTEEZSOEDE) T
»H5,

(1) EEBLUSITEG
& | B L-60008EERtk 7 o=t 757
Sul DN—71F &
T —ZME . Hi D-2500844 > F v — 7 —
BT 4 GLY A > 248, Inertsil Sil
4.6X150 mm
B . ~X Y /BB T L
4/1: 7FNZ—TF NEKEE
6/1: F 7FNnz—FTNEKER
Wy 1.5ml/min
(2) SrtrifE

BRLTHBLAE7TFLIZ—FTUEYH Wit
7 F NI —T WEP10 mg, 20 mg, 30 mg, 40 mg %
rnEnflz H200ml DI 7 T 2 2 I2EEL 72,
ZOHNF—NERy b 25> T7 o okRILA100
ml 2 ANBHEL 72, ZDEWH25 ul % EElk 7 o
2 M7 7ICEAL TRERZIERL 2, BRI L
TS WAL RGEETERL 2EE D 7 v ok
NWABBEERL (EEBEE 7 v~ 77 7iICEA
L, RERL»LABFICEINE 7F L —T UK
HbWEF I7FNI—TNEREERL T, E5M
NHBZ—TNDEFERERDODENRIZE > TR

FRi124 2 A



EEEL—T MEEIEOKE (V)

JCEREEB L 72,

ﬁmﬁw@=iﬁﬁgﬁ§2f$xwo
1) ABdtE&e 7L 7u=t 777 THREL
721%, BERRTF LD LERERL 72,

mp 158.1~159.6°C

NMR (d) : 0.7~2.0 (m,7H), 4.0~4.5 (t,2
H), 6.8~8.5 (m, 8H), 10.0~10.4 (s, NH)
TTHE o MfE:C%64.17 (64.95), H%
5.52 (5.77), N %8.63(8.91) »* > Z I3 5T E1E,
2) BEitEmEAI T LI T 7 TREL
721%, BEERTF LD LEHEERL 2.

mp 115.5~116.1°C

NMR (d) :0.6~2.2 (m, 15H), 4.0~4.5 (t,
2H), 7.0~8.5 (m, 8H), 10.0~10.2 (s, NH)
JC % 4 M C %68.29 (68.09), H%
6.92 (7.07), N %7.40(7.56) &> Z Pli3 5T E1E,

5.2 EHOER

(1) 2-7vu-5-=a~x>X7=1) }®

1) FRE7523|22-7vu-5-= } v BER
#100g, ¥HEALFA=1120ml B L CEIEF % AN,
EALA NS T LB R R BISHR 2 O T A
DREHIILE B F TMRAERL 72, FIGHKT &, &
ETIEFA=ne2BEL2, _vyEri2mzT
BURBERELz, Z0#ER L ) —EfT-> TERIL
FA=ZNETEBIETRW,

2) BEEN2-/vu-5-=oLBEBE /0 IA
Fid7vokrial00mliciE@EL, MyO75 22
2MICESICHTTANL:, 20D 77 X327 w
2R NVA100ml TOMm2 CTHRL TH 5 0~5°C
ICWHL, ZHOHRAT=) >rb56gk7ankRivh
400ml 254 2EWEHT L2, WTHRTHE ZR
T2RHE»EFETRIGEHRTL, BUOWHTICL

KE S ERRACEEST

NiEE 22 THFL 2z, &% 51BL 5 %BHRERK
FF M)V LKBEB L UOKRTE S BRBELRE, 2
F =N LB LR, 7u0aRLAnbiEiTiE
MatR, REREFL LI THERL
INE110.3 g, ILE80.4%, mp 161.6~162.5°C

5.3 FFAI-FLEHIVEFIFLI—-FTN
FDERk (EXRREEMS)

Rit7 7 A3aic2-7uu-5-= b a~xXrX7=))
F2.77 g (10 mmol), 40%/KE&{LF } ) 7 2KEK
1.5g (NaOH & L C15mmol), 7FLTILa—
£0.85g(11.5mmol) H Wizt 7F LT ILa—n
#1.50g(11.5mmol), & PTC #0.5mmol B LU~
N2+ 20ml 2 ANEETF T & {EET60°C T60
min G 3872, RIGKTH, N 2RBETIC
BELTERIE230min Kk L TEEL 2%, £50
FIZEINBE7TFNLI—TUEDBWEIA 7F LT
—TWVEREBEBEK 7 o<t 77 7 TEEL TG
BEERDI,
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