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Research in the Preparation of Heterocycles-2

Emi Miura *

and Toshihiko Ito

(20024111 7 H32HD)

We were interested in 1,4-benzoxazines because of their pharmacological and antimicrobial

properties.
catalysts.

We examined the preparation of 1,4-benzoxazines by the effects of phase transfer
We found tetrabutylammoniumhydrogensulfate as the best phase transfer catalyst

and the best reaction condition in our investigation.

1. & &

BERBRERBVWAVALEKINI L > TEKTZ %,
ZIE, 5 FHNd B0 FRIOBUKSUE, K7 va —
WIS B W Il o 7 ALK RKIG S itk - T
BEBEMERINE I ENZ L, L, IF,
D &S BRILTEFEREARBEA I WA,
R EM 2R HT 3 2 &k - T, EERASK
DMEME S N B FEFI B IRE STV 37,

FAlF DL BRIRICHEHEZ & B, HHREB B
OERICE 3 3-7 2 = Vs =) VEREEKEKD
SHFHT OV THRE LY, slftEIar iR+ —
A 1RG£, HEBEEDOERIC X 5 1,4-
NyAFH Y vEER (V) SGHOET 21T -

7o
O
NH,

(1) (I1)

H,C

14-_Xv 4 F4 Y V8K (IV) 3VuAWAL
HiETHEKRI NS0, HEEE M (BEPR @ PT
C) ZMALZAKE IT>WT, KFEILEY
(V) o&akERAETA, HEW (IV) 13K
T LBoNED -l BICROERO—DITIE,
FOGRITR L7 L&) (1) &kat (0D » o1tk
& (D) A2&Kd 5 KIBELEY (D) »5HP
D14-Nv I+ F4 9 vFEK (IV) 268K 5K
JIBEERICIT-TWA T EICH IO TREVWLESE
Z 7120

k& (M) 284 3506 & < S Kk
TERBICEL CEnEZ onbH, PTC OfEHIC
X AbEy (V) OFERBULE, WFRFIHDIL G
IS SORSE 2 Gt T 20BN DB D EEZ 6N
o LichhoTHAMbEY (D 251 LD

+ — S
RCHCOC! NHCOCHR

(m)

R= CH3, C2H5, 03H7

X= Cl, Br
@OH X RIS AL C[ I
HyC NHCOCHR NaHCO;  H,C
(1) (m
Scheme 1
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HGRkL, ThzEEEE L TEY (IV) ~DOEHERS
HOMEHTE » TR Z2TT - 720 S BT k&Y (11D
WOWTERBAFIW, TFLBIETBELD 3
RIS D W TR PED#E W ZfRET L 72,

2. BRELUEBR

&y () »6 (V) ~ORRSEEE Rt 7«
W, IBGZHE L TE I @Y PTC ofEfH & &I
DVTHRFZT-> T (IV) DOAERMFE L OBRE TN
2o DEREHWVAERENE SN PTCIZOWVT,
TR, RIGEES I OBUGHE & AR o B
IZOWTHERZIT - 72,

2.1 PTC OfE$E L HEKE

£ 1R L7210 D PTC IT> W TER AT -
too K 2LIBTREESAMAL 72,

%10 PTC #FHH LT XDEANIGSETE
Baito, PARKIBICHEY)S PTC 2R L1, 13
B, 1t&Y (V) O RWBAFNVOILEY % X FIV
&, RPzFLVO(LAYIRBTFIVE, FoELo
(L&Y 7 0 EIVE SR L 72

AR EEMH]
(I) : 10mmol, PTC : 10mmol
RIEKFEF ~ ) o 4 40ml
7 vootibs 30ml
BOGHREE @ 50°C
G © 60min
IFIVERE 7o EVRIZOWVWTIE XA FIVLIEROFER 2
5 PTC % 4 Dtk » THEE L 7o, EBRfEREZ% 2,
3BLUV4ITRL T,

®1 PTC niEH
& X

(CH):N'Br-

(C2H5) /1N ‘ BF
(n-C;H).N"Br~
CyHuN*(CHy)4Cl
CsH;CHN " (C.Hs).Cl™
(n-C;Hy).N"Br~
(n-C,Hy) .N"HSO;
(n-C;Hy).P"Br~
CeH;CH.N " (n-C,H,),Cl™
CHsN™ (CsHin):Cl™

=111}
(i)
din

=T OQ=EHTQT >

A FIOURIZ O W TIRI0FEEE D PTC i2> W THER

<
5
R&
W

£2 PTC OBELERE (X FIVE)
PTC  lE(g)” EfaH(%)" HEH %)

A — — —
B 1.85 9.6 1.0
C 2.06 9.5 11.1
D 2.28 18.4 23.7
E 2.28 12.7 16.3
F 3.18 8.3 14.8
G 1.70 94.6 90.9
H 4.20 6.7 15.9
I 2.26 17.1 25.7
J 0.35 12.3 37.1

a) b.FEBROIFICEEH L2 kTR L - EE
b) KEFicE&ENS (V) OOl
c) (IV) OHEHINE KT 2 EG

EiTo 1o 2 210X NIE G ORI RAIEF 125
WELSHFERN G o N/, GEELUT M T TF U
HEE->-TOUTHLFPHOL S ITHEND LER
% 1217 ThBEHRICR A H 2 £ 0 5 BIAZR O
fEREL T, T FNVEE 7 B EVRIGHEE G O
fllic 3 FEAHEIN L CHRER 21T - 72,

£33 PTC DFERLEME (TFIVE)
PTC  IEi(g) EHHK%) A%

E 2.05 14.6 15.8
G 1.78 94.6 90.9
I 3.28 17.1 25.7
J 6.25 12.3 37.1

x4 PTCOEFEELEME (FO0EIK)
PTC INE(g) aHH%) HkFE%)

E 2.55 25.7 30.2
G 2.50 81.8 99.7
I - — 0

J 8.08 6.8 25.2

L3IBLVADEREPObL I LI T F LS
FUO 7o EEE S X FRERE L & S Il G
OFIRBIEF ITE O & WD BTSSR & 15 - 7o,
CORERM S, TOHBRDWAWVALKILEMRE T
12, PTC 13 G ICHEE L TERBT 2 &iT L,

2.2 PTC DEELERE

PTC % G IZ[EE L Tk T &6 UEBRSHT,
PTC 842 A b s ¥ THERE L OBFREZFH~N, HR
HKD5 6BLUTITRLE,

SERK1SAE 2 H
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x5 PTCDEELEME (X FIVK)

PTC I EE SRR S S5 & &

(mmol) (g) (%) (%)
0 --- --- 0
0 2.16 48.6 09.3
10 1.70 94.6 90.9
15 1.65 96.6 90.0
20 1.68 94.3 89.5
30 2.01 76.7 87.1
40 2.72 16.3 5.0

X6 PTCODEELERE (ZTFIVK)

THEEREIT - 70

2.3 7IHhU EHERE

(1) RERKFRF PUDLBEERE

PTC icBd 2 eI T3 AL E LT, KIEK
%F bYW A EZ40mmol ICETE LT X2, )i
PTC @ G (30.5mmol IZ[&E LT, @Y7 KRERKSE
F Y)Y aEERET LI, EREREES IBX
10T~ L 7o

£8 RMKRF MUDVABEERE (XFIVK)

NaHCO,  IN& E2 R SEE 5 R
(mmol) (g) (%) (%)
0 - - 0
10 1.93 43.2 47.2
15 2.06 45.2 02.6
20 2.05 49.8 oT.7
40 2.16 48.6 09.3

K9 REEKZEF PUILABEERE (TFIVE)

PTC IV EICE e
(mmol) (g) (%) (%)
1 2.92 8.3 12.7
2 2.68 15.4 21.5
5 2.48 37.7 48.9
10 2.07 82.5 89.4
20 3.45 34.1 61.5
xK7 PTCO=LAERE (7 0EIK)
PTC 6= SEHR  HRE
(mmol) (g) (%) (%)
0 - - 0
1 2.74 9.0 12.1
5 2.89 48.5 68.3
10 2.50 81.8 99.7
20 3.16 67.3 100.0

ErobrsXHIchillEGoENEZ 51T
Mo TAF IR, TFVEBLIT o EKE BIC
HpkER IR EC ER L, 10mmol LI ETIEiE 90%%
Bz 22 EMbho o, 7 o EIVETIIAERR
F2IF100%1IC 72, ROSIEEEMNICEDL C &0
Motoe T UMEA S DD LT 5 & AR
BN 2 A 2R L 7,

P EofERM S PTC B0 A 2L b+, Zhb)
ANDOLEAEE L CHEER L 7k » 5, (baw (V)
DRI PTC 0Bk > TKRKEL M ET BT &
Wb -tz £z, PTC VG EICIINIZ A
CHEFIOWITEBPES T > T2,

SEIWPTCoEATE 52 LT (V)
DHEKRERAE FF 30, ChETHEELTXE
PTC DA DA Z 2 THRGR E OB AT~ 1,
PTC IS D ORS M 2 A A 1o & IR OEAL
MWIREICE 2 & 91T, G OEZ0.5mmol ITHEE L

XS SRR 38

NaHCO,  IX& SEF  ERE

(mmol) (g) (%) (%)
0 --- --- 0
10 1.93 43.2 47.2
15 2.06 45.2 52.6
20 2.05 49.8 57.7
40 2.16 48.6 59.3

R0 &ERKFF PUDLAEEERE (TO0EIVEK)

NaHCO;  IX& aa%  Ak#E

(mmol) (g) (%) (%)
0 0
10 2.96 37.7 54.5
20 2.89 40.6 57.3
30 2.97 40.1 58.0
40 3.89 48.5 68.3

#8~10 5 b X5 ICERE () 10mmol i
$t LTRSS ~ ) v 22BN ER T 5 & ARk
REELBD, AFUVER, = FIVEBLU T ENL
A& Hi1240mmol TIrbIkbEm < -7, & HITEA
BT IREKEF M) v L R3METH B T &b
Motze LIch->TZDBOFEETIZ40mmol 1T [H
ELTIHERT L EITLis,

(2) 7ZIHhY DEEEERE



INFEFTOERTIET VA Y ZLTRIBAKESF +
Vo LAl CEl, TITRKREF MY 24
KER{LF b Y o AT VWTERETV, REKES
MY DL EDWIIRE 21T 5 7o FEERIE X F VRIS
DWVWTODHIT- T, FERERINTRL IS,

R TIVHYUDEBEEERE (4 FIVE)

TEAH I aaR  AEkeR
(g) (%) (%)
NaOH 1.89 0l.4 04.8
Na:COs 2.06 13.7 16.0
NaHCO; 2.16 48.6 09.3

HUOERL SKRERF ) v & TIRAERRNIEE
&L, JKERIEF MU Y A TRIRERKEF b Y U A
I WAERROFERS T SNz, UL, KEg(br
MUY LADGEICIRINKOE SR, BIERY)
N WMERB R ONI, £, TA) OfRE E4E
BRI I —ED IR R o N>, Th6
DIERNP S LB OFERTIR, TA ) IZREEKES
MUY AICEE L THERMT S LT L,

24 RIEEEHERKRE

PO FE 3 ARSI DS0° CICEE L T T D
KA IT->CTX Ty T TIREYISEEL R
ODEERZT > 120 BANIIIRTALE % ARG
D7 oaFIVAIZEELT, X FIVE TFIVEB
U7 o ERIcOWTERETT - 72,

(1) ZoomRILLRE

FEEAR12, 13B L C14ITR L 72,

#12, BB LUTHOFHER»P S, 7o EED60°C
EREFERIGEEDO R E L bIchERERS FRS
BT EMbhrotc, TDIEDSAMBNKIGICIZNK
JRREE DRI IR D B A B ENEZ 5N D,

D T PUSTRE 3 SUNAE O kA & & BRI B
KhBEMNS, X FIMKITOVTHEEZEZ TH0
CORARIGETEBREITVEISITR L 72,

ERP SN BE LT, TORIBEETIE /7 v
FRIWVAPRSVWRIETH B b1, L
L, @RISR & ERROBRE S 514 %
129, HERRIED - 12h, KIGEREE2EL TE5
ML VT K BRIBEIT - 120

(2) BMIVTUiRE
FOBMREEES0C D b v ViR T i34 A350% 0L

%
5
R&
W

®12 RISEEEHERE (X FIVE)

13 I SR S &
(C) (g) (%) (%)
10 2.61 15.5 22.9
30 2.28 26.2 33.7
o0 2.16 48.6 09.3
60 1.96 08.4 64.6

a) ZoOMRILDIFZTHS

R13 RIGEEESERE (TF LK)

< I aaR AR
(C) (g) (%) (%)
10 2.75 19.6 28.3
30 2.64 32.9 45.5
o0 2.48 3.7 48.9
60 2.45 38.8 49.6

®14 RIGEELERE (70EIVEK)

i I afr® Rk
(C) (g) (%) (%)
10 3.13 25.1 38.4
30 2.94 41.9 60.1
o0 2.89 48.5 68.3
60 2.76 44.1 99.3

R16 RIGBEELERE (X FIVE)

P& I GHEF kR
Ry () (%) (%)
/2= = Rz P 2.16 48.6 59.3
Nyv Y 1.90 474 50.9
~NFH Y 1.93 49.6 54.0
MLz v 1.63 50.0 46.1

FThotopy, 7ookVARIBECTRIERTEEI -
7265°CLI FE D FUBIRE T * F Uik, =F ViEB LD
FoERE bIAERESREELEL, KIGRE
DPERRICKECEAS L TWA I Ehbh - o, Hr
X FRE 7o EVRTREOSENIKE VW &
DA SIS 5720 LTchi > TH XD IR 0 #
=i, 60°CO 7 oo RV AEEEEISCO LT v
BT S WTRRET L 72,

2.5 RIESE & ERE
OB F &b & L TR ofa 21T -
726 TN F T60min ITHEE L T & o LK [E] 2 &

SERK1SAE 2 H
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R16 RIGEEESHERE (X FIVEK)

s I SRR S 5 & &

(C) (g) (%) (%)
o0 1.63 00.0 46.1
65 1.64 65.0 60.2
80 1.70 76.3 73.9
95 1.6 94.6 88.2

110 1.64 90.5 88.5

®R17 RIGEEEERE (TFIVEK)

I & aa® R

(C) (g) (%) %)
20 2.11 49.2 04.4
65 2.09 01.0 00.8
80 2.02 03.3 096.3
95 1.99 60.9 63.4

110 1.99 65.6 68.3

R18 RIGBELERE (70EIK)

It I afaR  ARkeR

(C) (g) (%) (%)
50 2.29 60.5 67.5
65 2.33 09.0 67.0
80 2.33 76.0 86.4
95 2.17 87.1 92.2

110 2.13 85.2 88.6

b THRER E OBIRZR N, RURKRERILIS IC
SWVTIRINE TORFITHE SN #2251
AEDLET, A FIEE T F IVAIF15min » 5120
min ¥ T, 7o EVKIF60min & 120min IZ2>WT
DOBEE L 1zo 7 0o kb AREOETRA219~21
[ N O

(1) s oomRIVLARHE

7 a v RV AFETRMONRRPSESC 5 E 30
DFEERE GHERENE L B AHEAZRL, £ F IV
A TE90min T78%, T F /LA TIZ120min T 54%,
7'a VA TIZ120min TTT%IT7E - 7oo HFIT A F
WK E 7 v E VR THBRER P RS D60min &
DEDLBYEL -7,

(2) b UBE

A FURIFISC, T FIVEKE 7 B EVRIZ110C
THEERL
F20~22DFERIT I NIE, 3O DFHEMLRE b

XS SRR 38

R
W

ProfRaT-2

R19 RICEREERE (X FIVEF)

il I SR S &
(min) (g) (%) (%)
15 2.06 48.1 00.9
30 1.92 04.5 09.1
60 1.96 08.4 64.6
90 1.88 73.4 78.0
120 2.01 67.3 67.4

®20 RICERIEERE (TFIVE)

IRFfi & SEF ERE
(min) (g) (%) (%)
15 2.77 31.9 46.2
30 2.77 33.0 479
60 2.45 38.8 49.6
90 2.81 35.7 52.5
120 2.78 37.2 54.2
=21 REFEBEERZE (770EIVK)
IR & EECE e
(min) (2) (%) (%)
60 2.76 44 .1 59.3
120 2.06 5.7 7.2

®22 RICEREIEERE (X FIVE)

il I SRR S
(min) (g) (%) (%)
15 1.61 66.4 60.4
30 1.57 92.2 81.7
60 1.65 94.6 88.2
90 1.64 95.1 88.1
120 1.63 95.0 87.5

®23 RICEREERE (TFIVE)

IRFfi & SEF AR
(min) (g) (%) (%)
15 2.13 49.5 55.1
30 2.05 55.1 59.1
60 1.99 65.6 68.3
90 1.92 80.8 81.2
120 1.91 89.9 89.9

®24 RICERBEERE (70 EIVE)

thg ] I aa®R kR
(min) (g) (%) (%)
60 2.13 85.2 88.6
120 1.90 100 92.2
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MWEL KL EERREELBLTENbr T, E
R 1Z90%H% % T AL 7o

DI b ofER» 6, 2 2 Dl SMOBK R & Al
DORRE TN, 3Ho0FEAKRLE S/ no kL
L XD SPUNRE DS EW bV v T S WA
22, BURRBEEDERRICRE G LTWA C
EDDIro T,

3. WROXLYD

3.1 @RS E A

10FE O FH IR B it 12 > W TRET L 7okt B,  #
FUR, TFIUVEBIP T o EVKEBITTF NS T
FUT v E =Y AGEEKEIE O MBEN R R b &b -
726

3.2 fRIEE LHEMRE
MRBEMEEZ 7 5 7F V7 v E =9 AFGERK
FEICEE LT EEZ (LS &, BlEP Kb S
15 Bt E 2R L 1o, il S LIS EFE O Hp)
ICRTE L RARIGEETH b, FERERBITIRL
o

x5 MESLERFEOXLD

A FIR L = F VK Fo VK
I 10mmol | 10mmol | 10mmol
(n-C,Hy),NHSO, : 10mmol | 10mmol | 10mmol
NaHCO; 40mmol | 40mmol | 40mmol
/2= R =z W 30ml 30ml 30ml
PO i 50°C 50°C 50°C
WL 60min 60min 60min
H R ER (%) 90.9 89.4 100.0

2250 50 » B XS LG (M) 10mmol (3
L CHIRSI Bl 10mmol 1 U 72 & ZicApkkns
EbE<, A FIUEB LU FUKIEEREL 790
%, 7o ELEKTIZI0%T, FIXERMICGT 3
T EMbp o,

3.3 AHELIADRISEE & ERE

IR B LIA DRSS AEZ 5 T LItk -
THEEZ BT 2 OB %= Rid 7o, MRS
it A5 v 5 7F V7 v E = AFGEBKEE)Sm
mol I[Z[EE L T, DS a&Z A TR L 7aiER
DF EDHERBITKL I,

W6 b B L DT, A FIVE TFEBL

K26 MELASORIGEHLEREOL LD

AF IR L =T F VR | 7o Bk
il 10mmol | 10mmol | 10mmol
(n-CiHy)y,NHSO, | 0.5mmol: 0.5mmol: 0.5mmol
NaHCO; 40mmol | 40mmol | 40mmol
NP2 30ml 30ml 30ml
PO 95°C 110°C 95°C
S REFE] 60min 120min | 60min
H R ER(%) 88.2 89.9 92.2

U7 o EIVRTIRIGEE & RGBT IT/D LiE DA
b BH, EERRRIVFN E90%HE TR E SHERR
W EDDbh o T,

25 EWBDFER AT 5 &, 7 o EIVEKDARK
I S I HH R B S S 2 W K25 DS B
NTWBED, *FIVEKE L FIVEKRTRAERRITIZE
AEEDBIEWT EDbhr D, Lich > THRIKIIEIK
IBSRIFIE T, RIBAERRYI A FESL L TR % Lhis
LIET 2080 H 5 -,

4. RICHED R

ZF—nlicBVT, L&Y (D) »S5LE
(IV) ~OBMIETIR, ROKXTXITk-> THBR
BRI TR E SR L CIRIBEICZN 2 DTl
W, EHEEL TV, §HHLERMNTBEILD
TaEIUKRE RMBAFILDOAFIVIETIE, A FIL
KB DBHRIEDEA DL T VWD TR WA EEZ T,

Lo L, KD E EDDORIBSEED» S 5B X
21T, F—ORINGHTL LA 7 o BV R
DEvE WS FEADKERNS SN, Lichi-T
AR OHEBRIETIE A FILHEE 7o EVEFEE D
EfREORZE0EVG, VHEELGIXETIZ
EDEWVITEE SN EDbh -1,

b. RICHIBEDHETE

FHIERE B it 2 F O 72 SO IS 8 0 5 il o 1% E o
FRIFIC S VT, T —F EIBD & 5 1< G HE
DR ENTVBE Db d 205, FHIAMILD &

INTHFFER DD I WIERIER G RIC B 1 5 MR Ehfil
ﬁi® HENCOWT R RIIES SN TOE L,
LD ->THEADOHEZTINETTEML T
T — 7 IWALIIS & D RRETHE R0 B L O ST % &
LIRIGHEEIC DWW THOED K S ITHEE L 720

ZF—L2M5bhb LI, L&Y (D) »5

SERK1SAE 2 H
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Bt bk EH 2 & — RIcED IFHOLEY) (V)
BEONE, LL, KIFETHO»ICTK 7k D
i, ORI EMHEREE RS X 07 ) H
T NEHETT LWV,

T — F IV B 1 2 RIS Bl oo B &1,
FHREIE S & U 7o bR ks 5 2 &+ —
RA Y MTH > TRIGPHEA P T 1> TV 5,

AREABRKIGIC B W T b T — 7 U b & KA 0 #AE,
b HMAMEEMEE (D) ARG L T ()'A
FIAERL, (ID'OIBHED E W Ic I E S TP
BRIESES (IV) B2 L— IR LSO &HE
ELTWE, 7o) IidRrc (D' oAKICEHES L
TVWEbDEHEEL TV D,

6. =&

6.1 E#& (II) OERK
(1) &mkiE (R=CH)

273/ A4-XAF N7 =/ =) (1) 0.6mol (73.9
g), MAERRMAKEF MY 7 L24mol (201.5g) B
X7 oo ko AT50ml 5 15 BTG A OKIB TH =
BEBSHOBHIL, TOHAN2-7 0070 S
=J)7a54FK (II) 0.72mol (133.6g) &7 on
toV 4 250ml 22 5 78 B AT %2 0~5C T I L 7o
HME TR, (1) PEEs o~ b THEINES
BHEThERE I, KIBK TR, LK% 30k
BEL, by AT LR, 7 oo R A
I MIcEE L, RS OEEME ~+4 v &
g~ 7 )V DIRGTAEED & iR L 72,0

(2) PHEDRAE

1) 2-2-7oo7FobAr=)) 73I/)4-XFIV7x
/J — v

mpl22.4~123.0°C, NMR (&) : 1.80~1.92 (d,
3H), 2.30 (s,3H), 4.44~4.78 (q,1H), 6.91 (s,2

H), 7.25 (s,1H) , 7.79 (s,1H), 8.66 (b,1H)
D 2-(2-TaETFIVN) TI/AAFIVT =) —
Wi R=CH; &[HULHETHKRL THREL 72,
mp89.2~90.5C, NMR (&) :0.94~1.18 (t,3H),
1.94~2.22 (m,5H), 4.33~4.55 (t,1H), 6.86~6.88
(d,2H), 7.29 (s,1H), 7.91 (s,1H), 8.66 (b,1H)
3) 2-2-TuEXRVY /) AN) TI/)A4-XFIVT <
/=) R=CH; ,[aUAETERKL THEL 7,
mp93.7~94.5°C, NMR (&) :0.94~2.24 (m,10
H), 4.49 (m,1H), 6.89~7.26 (m,3H), 7.86 (s,1
H), 8.63 (b,1H)

6.2 FARRICEMDEE
(1) —mMMZENRE

{t&Y (M) 10mmol, PTC10mmol, mREE/KZE
F MU Y A40mmol BL U7 v v H L LA30ml % S
205 2 3 An, 50°CT60min It LU 7zo G
BTk, 7 vakbAiEZ 3 PKEE L Th S K
WAk vyy aTEER LI, DEFICEE N7 B0
tVaZEEL, RS IR T L TR
e Lico, Shamdigiks n< ~ 757 TERED
U TR ZHE L7,

(2) BERICERLII1ANYYFE4 D UFEK

B DERK
(WHEHOAEKETPTC ELTTF IS TF LT vV E
= MR REAEH L CRUR L, 8O ERK
WA ~F 4 v LR T F L ORASTAIED & FEE R L
726

(3 MHEDAE

D 26-YAFN3-AFV-14-NV S FFH T
mpl47.8~148.8°C, NMR (6) : 1.51~1.63 (d,
3H), 2.26 (s,3H), 4.46~4.81 (q,1H), 6.81 (m,3
H), 9.93(b,1H)

OH
¢ (C4Hg)gNHSO, /@ON(Q'&;M .
HsC NaHCO; . , . H,S0,
3 NHCOCHCH, R O
(1) (Y
ON(C42?)4 O ch,
: | - Q 177 4 cHgana
(my (V)
Scheme 2

XS SRR 38
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2) 2T FW-6-*FI-3-FF V14Vt F4
Vv

mpl38.7~139.2°C, NMR (&) :0.97~1.21 (t,3
H), 1.71~2.26 (m,0H), 4.37~4.59 (t,1H),
6.71~6.96 (m,3H), 9.94 (b,1H)

3) 6-A FN-3-AFV-2-TOEN-14-V S F
A

mpl29.3~130.2°C, NMR (6) :0.96~2.26 (m,
10H), 4.44~4.54 (m,1H), 6.77~6.80 (m,3H),
9.84 (b,1H)

7. EESTE

Ld-~vv g £+ v ViR (V) oEEs i
A o<~ 75 7 2 LT RERE T
1770 HilE, DS LTI ERIERIRDED
T% éo

(1) ZEEBLUSITEHE
H 7 0 HAL L-6000 %Y
#3544 GL YA T 2E! Tnertsil SIL
4.6 X 150mm
R~ R T =61
Jig © 1.5ml/min
RIERE © A F VK 256nm,
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