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Research in the Synthesis of Heterocycles-3
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1,4-Benzoxazines are reported as the compounds of pharmacological and antimicrobial

properties.
effect of phase transfer catalyst (PTC).
the best PTC in our investigation.

1. ¥#E

EH5 013, HEBEEES G &R oy ALEy
D T — 7 WALBUER® T 2 7 )V DRRAL G &1 i
ELTHHRENTH S EEFERICK > THEIPDTE
1Y iR, SRS ORI K - TEHRE %
Gl 2 U, MBIk E R L 72 oFe i
WME' SN LT Tz, EHOSIF I ORINICHE
i bbb, 3-7 2 =7 <) VRBKASKSLOM
HEIToTENRY, DEICEHSIF 61T 4 FIVE
ZHL, 2fLic A FUE, TFLVEHLVIETEE
WEAET L 14-Xv /4 99 viFEREREH

Cl
(1) (1)

J G
—_—
NH, (}hCHCOCI

We examined the synthesis of 6-chloro-2-methyl-3-oxo-1,4-benzoxazine by the
We found tetrabutylammonium hydrogensulfate as

DRI 21T - 7o CAMFEACEE DRI o 15 1HE = A
i, 6AEREWL, 2 A FLEEGET S
6-7oo-2-XFII-AF V14XV EFH UV
BIGE O RREHE R 2 50# L 7

Z2F— 4L IR LIk diT, AL TREOIL
&Y () OEBSGEHERET Lice (1) & (11D
o (D 2T 2 KNEE SN TV 5703,
AR DL SN L) 12550 % L d 72 0 O &
S EITo e DEIRAMEDFE DT —~<Thb1L
&y (I PARSGtEoET 21TV, ke (V) %
RbEWAERRTEZ 2 OEREZIT- 72,

J[:I:NHCOCHCH3

(1)

Cl
(1)

Scheme 1

QOH Cl:I FHTEIFS Bl s .
NHCOCHCH;  NaHCOj,

SEEATREERE)
MBE)
KBRS

TRk E AL (B
MK EEAASE (B
SRk EEAASE (B

XS SRR 38

e
Cl N
H (@]
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2. BREIUEZE

21 4-00-2-2-/oo07oE4=I) 72/7z
J—=Ib (1) EEHFDIES
PARSIERET DRk & 185 2+ — 4 1 D(LEY
() O&EREHE=RE L, 7=10 vaFEE (1)
EHNVKRVEE7 054 FFER (IDhS5XV T
I FEEER (D Z2E&KT 20, K<Asnik
T Y IEKIED—D2TH %o L1ch > TSI
IRt EA L CERETYL, (D SRICEY) 7S
AR Ui, #EtLA2THH G 7 v ) ofFkE s
e, () o, AEOREE, MR B
(PTC) ofEfs L vm, RIGEEB X CRIGKH
Thb, INSOMFIHHIZDLWTER ATV, &
SttcERYIFIcEEN S () Z2E#kEs o<
N5 7 TEENT L TERREZRDESFE LR H
L CHigtat Lz, PTC 12 22100 (1) PABRS
oMM THERAL DT, AKINTED X D EHHR
D3 %\ D DS TRHE IS O AFEHE L 72,
FEE B L EEIE PTC 2 L8 - fofiat &
i U 7okeahic o CREdk L 7o,

2.1.1
(1)

PTC #{EA L WRISE B DIEST
RERIKZF U D LEEERE
RONCRIEKEF ~ ) v 408 EARROBRIC
DOVTH NI, BRI IRD EBD,
D HARBURSEM
(I) :10mmol
(1) : 12mmol
REKZF B ) @ 4 0 0~40mmol
BRI T 7 oo kv A 40ml
BOBIREE © (1) O Fi3 0~5°C, T D#%30°C
SBEEE] @ 30°C < 30min
AL ISR LT,

K1 REKFRF U LREERME-
NaHCO, A&  &FF AR
(mmol) (g) (%) %)
0 1.09 92.0 42.8
15 1.93 76.1 62.8
30 1.76 96.5 71.4
40 1.89 97.4 78.7

Z1OEERE»S (1) 10mmol 126 L CTREE/KZE
F b U Y A%40mmol [HH L& &k dE VALK

BT« SIS

RITILD L EMbhoTz, S olcEAEPT &4
RIESL B a@REZRLTVDED, (1) 169 3
BREEN4EEL2 0D, NP ERESS o
S aEEb S ETHEREREREZ L 2T %2175 2 &I
L7

(2)
R
()-1) oEAKIEEMT (1) OEA12~30mm
ol L&A Lx ¥, KIE/KFEF VU 7 4 1E15mmol T
FERAEITV, FERER 2RI,
FZ2DERNSHLNB L1 (1) 10mmol 1%
LT (II) %#18mmol HH L7 & &1z, ARG R
bEL BB ENbhotc, X5ICELHHL IS
BT EREN I > TV AEBEFE XD Ln
B3, BEO (1) 235 ORIKIGZRC Lo
TREBOVMLEHTEL TV 5,

2-7oo07OoExz=)so0S54 K (1) &4

X2 2-/007O0FEF=III 054 REELERKE

() EkE S Z2AF AR
(mmol) (g) (%) (%)
12 1.93 76.1 62.8
18 1.98 98.2 83.0
24 1.39 97.7 58.0
30 1.44 97.2 59.8

(3) ZIWHVUDEEEERSE

TUAYN ELTRFERDKRIEKFZF ) U LI
LIZ->THRETLTX 7208, ftho7uh ) pidpiRIc
BLETEELNBL-DDEREIT - 2o BEAKIEG
&Mp 5 (1) 218mmol, 7 V71 Y % 15mmol Z5

ATHEBRZITO, #RER IR,

®3 TIHYDOEEEERE

Ty ERE aFER ERE
(FE%H) (g) (%) (%)
NaHCOs 1.98 95.6 80.9
Na;COs 1.15 93.2 45.8
NaOH 1.97 34.1 28.7

£ 3 DFEERD S TV ) el 75 B E AR LK
K501, (I) Oy v 4 KO SEIE
CHEDTREVLWNAEEZEZ TS, TOHENSC
DHBEDOEETIIT VA ZRIBKEF ) o LI
Fd BT &L,

SERK1SAE 2 H



ERBRPHERSEM O WRd -3

(4) AEOREELEMRE

RIS AZ 7 oo s VA icElE L TERLTE
3, MDEE & ERFEORRERI S 72, I561T3
FER ORI THER LIS AL 4 1R U, IAEELIAL
DRI EBIEEE L Th %,

x4 BEOEELIEME

oy A 5103 QU= % = B SSG 1) R
(FE%R) (g) (%) (%)
V=R = A 1.98 95.6 80.9
~NFH v 1.25 95.1 50.8
S 1.57 95.3 63.7
NI 1.55 96.6 64.0

FEEROFER, ik LT/ ookvapiixbi#Ey)
THEIENbroTc, TOHBOERTIZZ ook
WV AICEEST 5 T EIT Lt

(6) RINBE&LHEME

INFTOFEERTIE (1) % N LB RINE
FEiE, 30°CICHEE L T& D, SoiciEEEE< L
1o DHRRER & DREFRZERRET L 7oo DUBRSERH1R(3),
WIHEZIZE U Th 505, KIEKES U)o L% (H
AL wTHERL, EERE2ERL IR,

x5 RIEEEHERE

itioa AEkE EHER ERER
(C) (g) (%) %)
30 1.88 98.0 76.5
40 1.88 96.4 76.9
50 1.94 91.4 7.5
60 2.01 92.3 79.5

Z5DHERNPSINETTDINCHSEHL LTHE
RO FRIZ/NS W EDbr -7, Thid ()
% 0~5CTH N L e S TRINE N DA TO
b1, TOROIBETHEMRICH F O ENHED -
ZHDEMELTOVS, BRRDOEZ NS D - 123,
C OB OIFEGETIFIBRE (360°CTITS T &iT L,

(6) REBIKFEF U D LEELERE-2

(D-D oA E R0, (1) 10mmol
et LT () 2318mmol, KIGHEEEH60°C DRy
HRPIESVEERBE S 0T, FE, @YK
ek b Y v ABICOVWTREZITV, (EEsE

XS SRR 38

6 1T/R L7,

R6 KEKRFPUILELEME-2

NaHCO; Hpk&E  &HEFE AR
(mmol) (g) (%) (%)
0 1.98 96.0 81.3
15 2.19 98.6 92.5
30 2.28 93.6 91.3
40 2.02 90.0 78.1

ZDEEE S 5 15mmol DEFIC i &ERKENE <,
30mmol T & 12IX[E] UAERRHR & 15 - 7ohs, RIB/KTR
)Y ARl LIS - G, B K T40mmol
TRIASPITERRIIELS 85 T &b -1,

(7) RIEGFRE & ERE

SOBEER] 1 C & © 0 FEER ¢ 30min IT[EE L T
X72h, RO EnELT, ThETICES
NI 2 R L, REEbs 8 TR
EORRERE L, (1)-1) HORKRKIGEED
(I) 10mmol izt L () 18mmol, KEE/KZE
+ + U ¥ £15mmol, KISEEE0 CITE X THER %
TV, FERAERTITRL

KT RICERE & ERE

fhg ] ARk &EFR S EeR

(min) (g) %) (%)
15 2.02 92.5 79.9
30 2.19 98.6 92.5
60 2.18 94.9 88.6
90 2.09 90.9 80.7

BB 1230min Tk b WARRRICE 5 T &
Do te, TNLEORETIH S I AR D~
MWoTWb I EL, —EAKLICHIYO (1)
D E E IR LTV AD TR WA EHEE L
TW53,

S XL (M) BEkicBT % PTC xR 4E R 23
BiaiTt- 70

212 PTC #{EA LI=RISEHEDIES

(1) & () »6 () %2&EKT 5 KIGIC,
PTCED XS BHEBEABZ 5, EDXHEE
Bd B hRBEL TFRIDShIEV, KFFEOF S
T—<Thsd (IV) GGEHOHRETT PTC Z2#HH
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T 50T, 2oFEIcE A () D& T 5
PTC OIS VT WL D D&M TR SRS
D AHFENE L 72,

(1) rERIEEAE (PTC) &LHERKE
PTC &4 5 1-%, 2 8I1T/,x L 7210/ D
PTC 2 L THERZIT - 720 BABILSI TR
DY TH %,
D BARIRESE
(1) :10mmol
(1) : 12mmol
IREEKFZF MY o A DS L
PTC : Immol
I T 7 oo kv A 40ml
FOGEEE © (DD T ig 0~5°C, & D% 30°C
SO @ 30°C T 30min
fERAER 9ITRL 7,

&8 tHEBEMEOEEN
fit i o G5 o i
(CHs).N'Br-
(C.:H5).N"Br~
(n-C;H).N"Br~
(n-C;Hs).N"Br
(n-C;Hs).P"Br~
(n-CHy) N HSO:
CiHuN" (CHS) sBr
CsH:CH.N " (C.H;);Br~
CsH;CH:N" (n-C,Hy):Br
CH:N™(CsHin)sCl™

U~ T OEEOQWE

RO ARSI & AR

i I SRR S 5 RS

(FE%H) (g) (%) (%)

L 1.09 92.0 42.8
A 1.32 97.2 23.0
B 1.59 98.2 66.6
C 1.58 99.3 67.1
D 1.56 96.0 64.4
E 1.50 93.6 60.1
F 1.46 96.5 60.2
G 1.52 90.5 62.1
H 1.38 96.8 o7.1
I 1.43 98.4 60.2
J 1.78 79.3 60.3

PTC 75 L DA %%42.8% 5 5 & D PTC T & A ik
F310~20%E < 125 T EMDh o to, HRRITK
BV, B, C, DMHEIEWARR -
72DT, TOBDOERTIRID (LAWK S T &
L7, 3o0filf iz \Wd e 4> DFEBEA[E L
EWVWHIEEND L Ehbhrot, TOLELIR
il B B & o] S D DRSS B B0 b L b,

(2) JREEIKZFRF PU D LEELHERE
(DHEOEBRTE T VA ) ZHHLTWEh-7D
T, ERLB, C, Dofic>\WTREBKESF
MUY A EARCROBERE TN, IKERKE T b
) o A ELDIADRIGSAE R (1)IEO AR RREH: & [4]
UThd, fREHI0,11BLT12ITR L 172,

R0 REERKRF MU D LAEELERE (BARE)

NaHCO: Ak &FFE AikE
(mmol) (g) (%) (%)
0 2.12 92.5 83.9
15 2.26 91.2 88.1
30 2.36 73.5 4.2
40 2.36 69.3 69.9

K11 RERKFRF MU I LBLERE (CHutE)

NaHCO; HpkiE &fF=% Ak#
(mmol) (g) (%) (%)
0 2.12 93.1 84.2
15 2.32 90.5 89.7
30 2.28 85.4 83.2
40 2.38 79.7 81.1

®12 xRBRKZRF MUY LEEERE (DibE)

(mmol) (g) (%) (%)
0 2.17 91.7 85.0

15 2.25 90.4 85.5
30 2.27 86.1 83.5
40 2.38 73.4 4.7

KOKERP S 3 & b, RBAKFZF MUY L
15mmol @ & T ITHEREBR B EL 85 T &b -
Foo ST HALAES IS, 3l s AR
RIIE TG 2 EDbh -1,

SEEORENRICEB T S () &k~ PTC
DRNRICBHT 2 ETE AT Th 258, RO BfR
TZOERTITHY] - 2,

SERK1SAE 2 H
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213 BEROFLD

AtFRic s 5 (D GO, PTC
EFIC & 2 A AT 18700, B8 IG5
e RH L E3EABVY, ThE TOMFTH
SNBSS RIRDOBEY TH 5

®13 () SMEHFOXLD

(1) 10mmol
(Ir) 18mmol
RIE/KFEF + Y 7 4 15mmol
728 = M= NP VWA 40ml
PO S 60°C
SR RERY 30min
HE R ER 92.5%

RITFCHE L 7o £ DT, AR TR L 7o RIBS:
T (I DOHRERIZ2.5%IC75 5 T b - 1,
S5 PTC 2 AT 2 MBS, LW FERIC
5 - 7ehs, PTC #HIC & 2 KT A+453 1572
W, SHROMAPLEEEZEZITO D,

22 6-200-2-XFIN-3-FFV-14-NVJS Y
vv (V) EREHOEE

21 TR L 2B s S Hic k - TARKL
fo k&Y () ZEkhc, (V) ~OPHERSEF O
AT o PNV PTC 23#INT 272D D

EKEAZITV, 5l&HiE PTC LA O RILEH 1220
’C*ﬁgﬁtf:o

221 BEEHFOEE

(1) PTC D& & AERKE

R L7 PTC Oit5 & &I R 8 Icid# L 72
{LEMERI L TH B0 HA L 125 BUBSEM IR D@
DThb,

D EARBURSE:

(1) : 10mmol
PTC . 10mmol
B T 7 me kv A, 40ml
TOH Y L REBKZEF Y U 4, 40mmol
BOBHREE © 60°C
BEFERE © 90min
FERAERIATR L 1,

ISR DS D - 72D (3 4 ikl D AT, Ao il
KIhEDOEE 7 o< b F 2 v 7 TERLIB LTV
Mo T2 DFBUEEIZ L TV,

XS SRR 38

&

W

PR3
£14 AARIEEIARE & AR

PTC  Hpk&E &% AilkE
(FE ) (g) (%) (%)
A - — 0
B — — 0
C — — 0
D — — 0
E - — 0
F 2.16 86.4 94.2
G — — 0
H 2.30 34.0 39.5

I 4.14 20.8 43.4
J 5.67 175 50.0

L% OFERBRTIIAERRONLIEOF & JIitik->T
Matd s &icliz, MILF I T7FLTvE=SDY
LEEATT AMIED & F CHEKEORZLEND -
COFIEFICHIRER VERTH B, 7T =4 Y OEL
WHERRICKEBEEELZBIILERTHD, &5
HOMGTRETH %,

(2) ZIHY DFEFEE ERE

INE TOFERFKIERKEZEF M) v AIEELT
FERLTE D, o7 vk ) EERROREGRE R
NLIcDEREIT- o, IBEHEIIPTCELTFE
% Smmol [ L & Ol 13 AN TIT - 720
Smmol IZI S Lz iE 7 vh ) OB 4 e I J
510 TH Do FERERISITRL T,

RI5 TIAHYUDEEEERE

TAhY  ARE  SEFE AR
(%) (g) (%) (%)
NaHCO; 2.49 57.7 72.5
Na,CO; 3.02 27.8 42.4
NaOH 2.24 36.7 41.5

b7 VA ) DRBKESF Y Y LAHEROEE
IR I b @D - 1o THIETIVA ) HEDTROD
EERO (D) &2 0IAERY (IV) O EEC
BDOTIRIEVWD, EEAZTWS, CORDERTT
WA FREEKZEF M) o AR EHTE T LT L1,
(3) REEKEZRF PUDLEBELERE

REBKFEF ) v 2 8% 0~40mmol ITZ LS &
THECROBRRE TN, IR RERKZE S -
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Vw ABAEZZTPDNZQIEOEEEE L TH B,
%%%51661% L f:o

®16 RERKRTF U I LREERE

NaHCO, A&  &FF kR

(mmol) (g) (%) (%)
0 - -—- 0
15 2.24 46.2 02.3
30 2.46 47.2 08.6
40 2.57 50.9 72.5

$EHM S b5 LS (M) 10mmol 12X L TR
EKZF b U 4 340mmol (FH 9 5 &, kR iZ
ROEBBTENbr-t, Ll (1) D44
FHLTWA O TINL EECTERIITOEDL -
too SOITIRIBKEF MU U L RBMETH D EH
Hir- f:o

(4) RBAEOTRELEEERE
CNFTOEBTIZYZ oo s VA IICEE L THE
LTERD, NvEVYBXIU ML ViEEE AR
DORARZEFINTco UG A LIS 12(2) 3 £ T()
HEMELTH B, FERERITITRL T2,

R17 BEOEELENE

BE ERE AR% K
(FEXH) () (%) (%)
V=R = A 2.43 57.3 70.3
Ny¥ v 1.95 74.8 3.7
pLT v 2.20 56.9 63.2

HofEEML S 7o RIVALD EXRVE VDD
AL LCHYITHA Enbrot, TDHBDE
Bl vEr2dHd s i,

(5) PTC &L ARE

SOXICF & JITK - 72 PTC lc> W il & %
1.5~20mmol IZZA b & ¥ THER & DR Z T~
7oo DURSE R PTC LIS E(D-1) THDORARIGS
tEEE L Th 5, FERERIBEINTRL 12,

ROFEED S i F (310mmol & 20mmol THR,
HHH929%, il J T3 20mmol THAE 1ZF793%
FTEm BB EBbr-T, LL, £I18L19%
igd 2 &, RI9DEKRENZ K EERMPEL K-

BT« SIS

x18 M F D2 L HE/RE

F EkE 2A#F AR
(mmol) (g) (%) (%)
1.5 2.24 4.77 5.4
3 2.26 20.8 23.7
5 1.95 74.8 3.7
10 1.95 93.6 92.2
20 1.98 91.7 91.7
=19 bl J DR EAERE
J ERkE SAE#F AR
(mmol) (g) (%) (%)
1.5 - --- 0
3 3.17 7.0 11.2
5 3.17 27.2 51.7
10 3.83 34.0 65.7
20 9.44 19.5 93.2

TW3, Zhidfmist JA7kiciEiFic < < R TR
T ZENTERVWEHTHD, 5H%OMmBERE
Tbhb,

(6) FABFRE & ARk 3R

SEICINE THEEL TEAKIGHER60min %
ZALs €T, Rl & ERROBRZR N, UL
£12 PTC ® F (3 5mmol, J (310mmol L, &
A~ v ¥ A A T LIANR(D)-1) THOFEARIES
RERICTH B, FEREF20&E21ITRL T,

®R20 RICEEEERE (MIEF)

thg ] ARkE SRR ERER
(min) (g) (%) (%)
30 2.44 33.6 41.4
60 1.95 74.8 73.7
90 2.14 76.6 82.8
120 1.80 95.4 86.7

fildi F, J & &BULEE & & S ICEREIE L K
5T EDDh oty RO Z120min Pl FICE <
TE5EERBRIE KB EMNHEETE B, AiF
FHTEF TN LD ERH ORI T8 - 1o

(7) RIGERE &HERE
INFTETOERZC0CTIT->TEh, A
FOREDOMGTIEE & LT, AR KRE TG

SERK1SAE 2 H
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R21 RICERE & ERE (g J)

IRf ] EkE SAF AR

(min) (g) (%) (%)
30 5.32 18.7 50.3
60 3.83 34.0 65.7
90 5.48 21.7 76.8
120 5.61 29.2 82.6

FE DB O W TERZIT - 720 BITHTRIBRE I
SWTHET L, EWKIBRRISAERRZ S 35 C

EDRDbMo>TVWAED, T TIENIGELE DT AHH
fEICH 5 & 51T, HffE]Z60min IC[EE L THEE A

Totoe 188, BEOKGTIEEWERER TR -
7208, ROGREAZESL TEL v YiZo0WT b
STAEITW, FEHRAXR22~BITRL 72,

®22 BELHEMRE (MEF, XVEY)

Tt AEE EHEFR ERER
(C) (g) (%) (%)
30 2.51 20.0 25.3
45 1.57 30.8 244
60 1.95 74.8 73.7
70 1.78 80.4 72.3
80 1.82 97.4 89.5

®23 BELAEMRE (MEF, blxTY)

itioa AEkE EHER ERER

(C) (g) (%) %)
60 2.20 06.9 63.2
80 1.88 100 96.2
95 1.87 100 95.7

110 2.86 66.7 96.4

F2~250%E R, 5, M F, J & bIINERE
Al T5EEREORES LRI 2T EBDD -
1o IRIEERZF ORI SUNEE N0 CTH - 72n3, b
Wy DHERRIZEI2% TNy EryBXU7 ook
WAL &K1, LrL, SlloFEERT
AR BRIGERE1I0C TR b E <, AERERAKIL
REICKELKELTVE T EMNHLMITE - 12,
fildi F AR IZ95%LL Fic, J THEBRERITRZIEE
%E/‘]LC 5572,

UL, 222, 23& 324, 254 MK 5 &filigt J
DF24 & 25 THEEEPHERELD 2L, I
EHRDEXICOUNA>TWVWS, IS, 4

XS SRR 38

®24 BECHERE (MEJ, XVEY)

13 AEkE EFER B
(C) (g) (%) (%)
30 6.00 11.5 34.7
45 5.58 16.3 46.0
60 3.83 34.0 60.7
70 0.57 32.3 90.8
80 6.00 32.7 99.0

x25 BELHERE@EMEJ, MLTv)

13 AEkE EFER . ERER

(C) (g) (%) (%)
60 9.65 30.7 87.5
80 0.72 33.4 96.5
95 9.69 33.6 96.5
110 0.85 33.8 100

WhEAFIN VA I FIVTVYE=ZT LT TA K
(3, & bIREEDE KBS RV 72w, o filll
LR U/KPEMLER T IR S W S EA2ER L TV %,
N DS m WV D TE BT L WILEE S % B 4
BB B,

222 #HERDELED
fb&y (M) ZBE L TEamIv) 2 &4 3 K
JRERME & LTRS¢ R & i b) 72 PABR SR 12
FRWDOEBHTH %,

=26 BEULEAREME
L&) (1) © 10mmol
PTC . F Id bmmol, J (¥10mmol
RIBKFEF b Y ¥ 4 L 40mmol
PO © ~ovx v, 40ml
POt 110°C
FOGHER @ 60min
(IV) DHERE : F 1396.4%, J (3100%

3. 2DELED

ZF =4 LiCi#Ek L 7Abam (1) » o bty
() Z&EKd 2o ol s RSt s, (ke
(I ORI & » TLEY (V) 2 &Y 5 Xk
S ORETEIT - 120

(1) fe&® () SMERMHEORE
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L&Y (M) ZHERkERI2.5% TEKT 2 LS
ZRH L7, PTC fF1E F O RIGSARES 25 A+
NTHY, SROMADBBETH B EEZ 5,

(2) 1e&¥ (V) EREHEOEE

fb&y (D) PARSHORKETIck - T, {LEW
(IV) % F ] <Ak $96.4%, fildt J i<
BRI T E RIS 5 BOCSH 2 R Lz, Ly
L, fili J TSRO S #4A2 S SICkET 9
LUENSDBHEEZ B,

4. =B

4.1 TEESWE

fb&y (M) & (V) BEdEkiEks o< s 57
E LT, MohRERETIT - 1o, 2E, Ohs
thdB L OOHTHRIE IR DB TH %,

(1) ZEEBLUSHEHE
R 7 HAL L-6000 Y
R gs @ A (T13245.5nm, IV I3254nm)
7 — 7 WU B3 D-2500 B4 v F oL — 8 —
A5 L GL YA v 2tk Inertsil SIL,
4.6x150mm
I T ~NF v /x4 7 —=96/4, 1.5ml/min

(2) S>HTiRfE

L 72 (IM2Yd 5 Wiz (IV)”10,20,30,40mg %
ZnEn100ml offeftx o7 5 2 3 ickfEL, =
% 7 —50ml & — v~y b TIEMEICIA TR
L1 CTOWRW2 1l % 5ul DIVv—FE2fHF o4
vVl 8 =DOoEFEAL TREREER LI, o2&
WA WA RSN TERR L ICEBIIc >V T b
FCESwciEsraiclE LTz Y / — Vg &
L, Bidiki&s o< s 75 7ICiEAL, BERDS
EIFicEENS (D bs0id (V) Z2EEL
too TR SAERYIICEENE (D) H50iE
(V) ogaEREKRD, kAU Lo - THERFEZE
B L7,

(@) x BHE%)
HiEm i (g)

a) DXD42IHTHK L (LAY AR~ 7 L &
~NFEY VORGIEED O iR L TR L 7,
mpl69.2~170.7°C

NMR (DMSO-d6) : 6 1.63(d,3H), 4.97(q,1H),
6.96(s,2H), 8.06(s,1H), 9.55(s,1H), 10.30(s,1H)

AERCER (%) =

BT« SIS

b) DEDA3THTHK L IALEY ZRER T F L &
~F A DIRGIEED S FS&E LU THA L7
mp165.0~167.0°C
NMR(DMSO-d6) : §1.35(d,3H), 4.65(q,1H),
6.95(s,3H), 10.85(s,1H)

42 4-00-2-Q2-Vo0o07EF=I) 7E/T=x
J = () OERKBI

2-7 3 /-4-7 007 /7 —I36g(0.25mol), R
fg/k#+ b U = £84g(1mol), 7 o o ki A700ml
75 ATICAN, 0~5CITHBEILENS, 7 oo
RV A100ml BN LIc2-7 s 7ot =Ly
0 J 4 K 48g(0.38mol) % L 7co W ME T,
FimTH ZEEZHT, KmSISCITET ER -7
5KIBDIREA30CE T lhr hEREE I, X
TR, 73 AaNEWEE—A -1 L, K
500ml ZNA T lhr > EEE T, NEY A2 A8 L
IKBEL TH SEEE = F VITIEM L, Ko Z2508E L 72
BEAE Lo IR ZNR = F LV E~FH U DOH
R LI ANEY 2 A LUIAKRD 7 0o kv LA
WL IR L 722, [ U & 2 IcHfE&R L7

X &82.6g, IX#87.2%, mpl69.2~170.7°C

43 6-700-2-XFIV-3-FFV-14-X2JFFH
vv (V) O—BEERE

{b&Y) (M) 10mmol, KEEKZZF + U 2 £40m
mol, fiftl{ F % 10mmol B & ' 7 o o & )L 430ml
75 231 AN, 60°CT60min Kt L 720 KB
BT%, MONKED e — B L7 ook LfE
Z 3[MKEE L oo 7 v v RV ATARR & KA 7 v
vy AT, T NICIREEE L, B0
R = BEZEINAGIEE TR L, Sk s v =
b ST TERST L CEREREKRD I,
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