Scheme 20

TDEHICe XY ABOBERF 27 VAR O TEM LR IZ Lossen BUERAIAETL
FEHEFILIILFHETHY, WINLEbO THBEREEDEEIZRLEN TS, X512, Lossen
RIBRALIZ K o> TH LN TL 268N T 2 v THDREGNIBRINTBN Liz/IKR S O STERD T
BB,

HWEOHREZAWEE Fu iV ABROEMRG 27,28

HIFREDOBEDRFNIBNT, SRfitEL Ao Fa X LD N—7 U — /ARG DOEE
BiTol T A, BHID N=7 V= VEIHEONTT =V UBRERT IRREIELNT 20
(Scheme 21 ),

=N N= o

|

i _OH Cul, Cs,CO; M _on
H + Ph

Ph . ';1
DMF, 80°C Ph

Scheme 21

S LIREHRT R Tl Z A, UTOL I REHTT =) UBINE 67 % TELNDZ EEA
H L7-(Scheme 22 ),

1% NH,
N-OH KsPO4
H DMF, 80°C, 4 h \
Y. 67 %Scheme 22

Z ORI RAITIE Lossen BRUABEH L TCWB EEZX HONAN, BMEHOE Ko X3 A
2 Lossen B L72WZ SIXETEI T2 L DAL EO LN TEY ., 2Ok 31l E L #EM
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R TCRIGHET L2 Z LI RAICHON TWAEER L AR D, EEHE Mo AR
WEOHTEHMRG LIZRELH B, BT LIZERBY WL EFRIIEL L 8RR LEY
BB HDT, ZO—REDBRITRLRIGHREIZOVWTEIRATH o7z, BHFRETIT, 20—
BT IV ER/ LD E RuFxP AEED Lossen BERAIISIZ DUV T, BEAF D Lossen E(TIZTF
ELIERIGEMESROMBEE R L, KV REPOSTWELRER(LEMOERIEIL D & HifF LR
ZRER L 2,

ZZ T, B Rex¥ABRO Lossen BN KISIZOWTRISGRHOREILEITV., #Fx 7tk P
XY AR L TESACEEZMAS 2T, — BB T IV2ENETERT D Z LITHD)
L7= (Scheme 23 ),

o . NH
L > I
R~ 'NHOH DMSO, 90°C
R'=H, CHs, OMe, Br, Cl, NO; R? = primary-, secondary-,
tertiary-alkyl, olefin
Y. 88-29%
Y.80-98%

Scheme 23

EEL LTI, FEECHBEBREDRICLDZNE~DOZEITIZLALEL, WTNLERETK
JSNETLTWD, BEIFETIZ, VR LD o NORENE K - E_#k - E=HFkDe Fax
P LABONTNL ZORGICERTE, BNETRENETTHZ 2 RHLE,

RIGHBDER

FEREE e X4 ABICBWTRIGHEDER o TmEFREIELOWEE T, BlERDE LTH
NRVEBBPBELNTRBY, KISEEIZ I VRV BERORBRBERFET ZAREESTREINTT
(Scheme 24 ),
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+
DMSO, 90°C, 9 h

X X X
X =NO, Y. 88 % Y. 10 %
Cl Y. 90 % Y. 9%
Br Y.92 % Y. 7%

Scheme 24

£72. Ot FoFx¥ ABOEGMN S TIERPIKBFET D ERGABEEIND Z & BABRFHT
L VB BN 57~ (Scheme 25), Z LT — A7 Lossen AL DK, 2HIT/KZEHML THE
U X DI HEITT 20, L LARIGHIREEIND LW R ERRAERTH D,

/©/CONHOH KsGOs /©/NH2
HsC DMSO, 90°C,1h  HsC

non - additive Y. 97 %
HoO (3 vol%) Y.63%

Scheme 25

EHIZ, HELLTHY FAe Pt ABREAVTOFRTOSNY VT FT— DT v T %
RLTRE, 2EVA Y UT T — FPBER LRSI FRTIARSEIND XV b HFA
TG LRI LTeAb B DAL Z I - To IS BT R o 1o R, D FHNTRIL SN LG & D
IR HFEbN7 ( Scheme 26 ), ZDOFEENL, ZOFISTIEA YT F—FEFHALTWS
Z k., DFY Lossen B, L TWB Z & RHEE SN D,
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H
@[CONHCH K,CO3 (1.0 equiv) @EN\
Cc=0 0
OH DMSO, 100°C, 24 h Y. 26 %

/
o)
I .7
: ’,' NHZ
: @[ Y.20 %
: //, ,’,’, OH
Y
N=C=0 - --~ OH y y OH
e . - N N
hid Y. 14%
OH o)
Scheme 26

BARATA VYT T — 2 T o TELKRKERMULES. BMLRWES XD BINEDOEKT
BROLN, #FHRNTA VYT T — e b Ty P CEAIERERZETHIEBELAVEGRIXI N v
T ENTCAERYOWER & KIS DR PER SN, 22T AV TFHF— 2 79775
ERIEBEOER - INEORTRRELNDZ b, A VT F— MR3RIG~EE LTS &
DHETE ST,

Fio, BFERIZTER LA YV T — e RGBT /va—LT 7 vy 73 5B 2R
HINBHID T L2 ALEIELNT. 7T 0DH %257~ ( Scheme 27 ), ZHHDFERND
HbARMIRF TS, VT — b BREEINIEELZE->-TWHEEZILND,

/©/CONHOH K,CO3 EtOH W\ \H/O\/
DMSO, 90°C, 3 h 24h W /[ j 0

( one-pot )

Scheme 27
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RSB OHEE
IHETORRPLEIT LTV D & Bbh s RIGHEN#E Sz (Scheme 28 ),

base
R NHOH a small quantity
NH,OH
r\\\-f/’ R-COOH
base

RNCO

Isocyanate cycle]

,OH O@

H
RN
(@]
D

R-NH,

Process A base K/v + CO,
2o
R

Scheme 28

. B PRV ABRERARSELT O—7 vk Ruxdaik A 24ERT5, 20 K A
EBRERFAEHEENTHNAEDO T Lossen 85t L, 4 V¥ 7+ —F BEAERKTS, LinrL, =
DRFGHETIIRE e Fr XY ABEE 2 5 FHERAT L2 0RENE 50 % &> TLEWERRIG
FERLIT—FH L2V, EoT, ZNHDORIE (DARVEEAERK T 0 R) I3EFICES R E LT
IFEEAEETL TN ENEZbND, —ERELA YT T — b Bidk FrXi A8
ERIGT AT &ETHEME CE2ERT S, 20 C HEBERFVEELELEN TS 72DED Lossen
B LTA YT — s BEBAETDHZZIERTES, ZLTIOLEDOMBER THH I LNV
B D BBURBEZEVERMOT IV~ EEBRIND, ZOLIIC BHETHA YU T — I
BAETNI, AT T —FE2RRERELETLVA 7 ABERIN, Re T Iv~LEBIN

60



C DBENHE SN, ZORICKEEIL, RIEEDUNRUBROBBE, YT T — FORIGHEE
FIE LR,

SRR DRt

BEOHFICEBW T HE SN RKISH#E (Scheme 28 ) D UM ZIRIET 5 72, Scheme 28 |2
BWTA VYT —heb R aBEARIGT S5 Process A, 4 YV 77— FRHETS
Process B, = ® — % 1#Ef &7~ Isocyanate cycle (2 DWW TENENEBEDORIGE L TR T
bz, ZZ Tk, AHFFEIZEBVTEE: Isocyanate cycle ([ZDWTHIMTT 5,

Isocyanate cycle D&ES

AT FT= b BV A 7 NE LTHESL P ZE

B 0 2 7= ORETMThT, Fike LTE, #ERGHEE (Scheme 28) ICRB W THRAIDE
Fax3 ABREIEDON v 7Y 7 BEEEM (Scheme 29) THDLEX, FHOA YT TF—Fh
IR SEITERD L O REMARFGT TOUSHETT 5 & L TR 2 sz,

rate-determining step

Rj\NHOH o b
ji - . R)LN,o R 22, R-N=C=0
RONHOH  base N
o}
Scheme 29

FTA YT F— REBEMLUZWEASIE, — BRI LN TWAE D B g T3 BEEEIY &
WO FERTH -7~ (Scheme 30 ),

OCONHOH KzCO3 (1.0 equiv) \ \ /©/NH2
HC DMSO, t,24h  \\ HaC

Scheme 30

BT, Y37 — M EEERNT BTN, ZORGTIIEEERELE: bz
EPIDA YT F— b RBRERLETRVWOT, BIRTOHRIGHETT 2 LHIFE I, FORE.
24 BRI CIIUSHRFZE Loz b 00, BB BMERY THA T =Y UBRERR L, RIGD
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WITH eSS &7z (Scheme 31),

o ©/ N=C=0
@/’*NHOH KeCOs, (0.05eq) ON“Z
DMSO, r.t., 24h HaC

HaC Y. 25%

Scheme 31

& BICSULRI 2 48 BRI~ LB Lo AER, BOTILSERE LIBRORIEE AL L 5107 S v &
INRTHESDZ LN TET (Scheme 32)

0 N=C=0
NH,
NHOH _K2CO;, (0.05eq) /@/
HiC DMSO,rt. 480 |\ ¢

Y. 92%

Scheme 32

INHLOREFHZED, A VT FH— PP EHEETHDAREENRB I, THRIREIEEHEL
7z Process A & Process B |Z & % Isocyanate cycle WERK SN D EEXHND,

i B OB Z AVD B Fa X3 ABROEFBBNRISIZ L 27 IV ERIEDHRE
S OITKRIT, YHIRETRE L Fedd AR U TESREEEEZMA 5L WO &HT, 1
BRTTIVERLIGE & DIZWE LIZEREAIZMA Tz Fu 3 ABROBAKISICE Y,
LV EIRITEVRE, WAEORVEETOY I U ElE BRI E L TR EZIT o7,

fEd, RUGRPITEECAI Z RN 22 &

T, EVAERWKIRIRE, BEAEENIZIE 90°CH 5 50C (b L <X 25°C) £ TRUGIRE % Tif 7o &4t
THOREFRNBTEHOT IV /LI ERTEL, £ BEIZOWTHIREV S DTS A

BT RHTZ &N TE, RREELE L TL 26V A hF NV Frfdafigz vz s

62



. EANVMLUCBREEZFT A Raxdh 2B AL &
WERICBINERRE bz, REFICAR TET 2 L 9104V MICBRES bz WEE TiRig s
A ERIEREIT LW Z EBNER SN, TOXIICEEONY =—va VERbNTZ b D L2
ST dd, TEHEAEH L U CEKERR: EED BT VREL AV, TRy N TR AN
TRIGHETTHZ LD ZORMNIFEFICERRRISTH 5,

OMe O Me
@\)LNDH KoCO3, Additive (0.01eq) é{““z
Ol\;l-le Solvent, 50°C, 10 min OMe

70-93%

Additive PhNCO, Ac20, AcCl
Solvent DMSO, DMF, DCE, MeCN, acetone
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IR

#ETE S 4172 Scheme 28 DSHEE 2 R T TOMEINK, FUMEY 1 7 V& L 0 EfgIC#iERD
L7z b D& LT OEHRSUG#E % 585 (Scheme 33 ),

a)
base O base
NHOH ﬁ_' R—N:C:O
NH,OH R-COOH B
R-NH, R—N= C 0] 1
+ CO, 7/
o N
/ i O\ N/ \H/ \R
O >H\ H O
1 e R“NHQ
R NngO +CO,
Scheme 33

Scheme 33 OSSR TIL, IZU®ICE R AEEER L., £ 0 Lossen ERLINT L -
TTINEEYMBDI NI LD TH D, BT, AN VBT XT /Vh b OERALT &
ST OBt FaX T I 2B 5 RE0OMF% B L L7z (Scheme 34 ), Lossen 512 &
S THMRBHBRENERFEF~ O E<BAT50HEKN 2D, —RER OB#e FrXx LT
JUDOERIER, —ET I EERELRICRER T LICERESZEAL, HR#EETOIED
RSB 2N &V ) REDRH D (Scheme 35 ),

2 K,COj3

)J\ —> | R-0~N=C=0
R-0" 'NHOH DMSO, QOC[ ]

R-0~NH,

Scheme 34
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Q o]

- NH,NH
H—O~N® _R-Br R—O—N:jij 22 R-0-NH,
)

o]

Scheme 35

B. HrIUHREHR

OB#HE Fuxi A7 I DOaRK

1—-1 EFARGAINAI VB AT AOAR

9, ETNARIEHAOINAI VBT AT VOEREIT Tz, GEE LT, Z7uag B v
JZe Ra$i 7 2 VBB ZRIGSE D Z L1 L - TAFLL7=(Scheme 34 ) 29,

NHOH-HCI (1.5 eq)

AN P
Ph™ "O" "Cl ether (7mL), H,0 (7mL) Ph™ O NHOH
1a 2a
Y. 51%
Scheme 34

OIS TIX, STEICHEV, AN VBNV DV % PREE DINE TR,

1—2 HEHEHEOINNRI VBT AT LOER
- IHOEE L LT, BHEHEOINNAI VBT AT ILVOEKEET-T, 3. 57
F—L & RN T )V a— WIHIERSSEET TE ) R Dbk 24 5 L7z ( Scheme 35 ) 30,

PhCH,OH
Ol o e (1,
OO OH THF, rt, 50h OO o—.
Ph
2b

1b
Y. 77%
[]=+3.2 (it [a]= +2.8 (¢ 1.2, CHCL))

Scheme 35

BILETE ) RUVMUEBRB LI, ZORFMELBIE LR, CBMEL —F& Lk,
FENT, XEEBBIZ, IANI VB AT VOEREIT o720, IWERBHFRE TH - =0 TE
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et Fuf T I UEBREOYER EOREHE1T - 72(Scheme 86, Table 1) 37,

B

0 solvent
Ph

2b
Scheme 36

Table 1

Oo—
Ph

L
%
o~

o}

SeNC,
NH,OH-HCI O"ﬁ

Imidazole (4.0 eq) e}

O
Ph

3b

entry solvent  NH,OH-HCI Imidazole  yield of 3b(%) recovery (%)
1 acetonitrile 10 eq 4 eq 36 60
2 CH,CI, 10 eq 4eq 32 56
3 CHyCl» 5eq 4 eq 3 86
4 CH,Cl, 30 eq 4 eq 47 52
5 CH.CI, 30 eq 10 eq 33 65

IORBRMNL, B FuXv T I UVEREOYEDENTE LJIENRE(L L, ZOHEEDOHEM
TS TINRAENINT 720, ZORBTIE, & Raxin T I VEBENFIG CHEEICEER
BE B L TWAZ RS,

1—3 H#BEEOE=SZ TN a—NDANNAI VBT AT ILOER
F 7. Tablel OfFERZIEIC, LV EBEMSEEDCE=JRT LI —LBEDH NI VT AT )L
DEFLE 1T - 7-(Scheme 37, Table 2 ),

Ph\><OH cDI(1.3eq) | o

CH,Cl,
1c

Scheme 37

¢

N
o
o]

o
NH,OH-HC
Imidazole (4.0 eq) Ph ot Ph\>(O/U\NHOH

additive
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Table 2

entry  additive NH,OH-HCI yield of 1¢(%)  vyield of 2¢(%)

1 - 10 eq 72 6
1 - 40 eq 77 21
2 DBU 10 eq 78 7
3 Cul 10 eq 66 14

additive DEEHE Y RO T, Tablel LEKIZE KX LT I U EEEO Y EDOEIMIEN
NI 5 Z LR SN,

1—4 Lossen B DRRFIERD

B LIZET VRO NNI VEET AT NV VT Lossen B ORRFTEER%1T - 72( Scheme
38 ), OBHE FuX AT IVEEOEETITHEBLOL WD, REELE LT oz F@
TE AV,

e K2CO3 (10 GQ)
/U\ Z-chloride (1.5 eq)
Ph” 0" “NHOH

H
_N__O-_Ph
Ph” 0 T+ Ph” “OH
o

2a ' 3a 4a
Y. 8% Y.64%

DMSO (2mL), 90°C

Scheme 38

RINRTIEH 525, BRERRFLNIZ,
ZORERNSIF, KRBIZAER L VT v a—)Vi Z-chloride & AN VERT AT
NDELLOERDEDNZHETT D Z LR TERY, TOD, BORERE L LT Boc0 &M
WC. Lossen #=i7 DOMFTERR 21T - 72 ( Scheme 39, Table 3 ),

base (1.0 eq)

Boc,O (1.2 eq) Ph/\OH
DMSO (2mL), 90°C

Ph” 0" “NHOH

2a 4a

Scheme 39
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Table 3

entry base yield of 3a(%)

1 K,COjg 86
2 DBU 92

BRMEIIELNT, RUUATAa— L DHEMPE LT, TDZEHb, Scheme 9 TREIZAE
RULIE_RONT v a—E, AANI VBT AT VERO LD THD Z EMB510 ., 1T
KRGERZ LD b DL BbID,

1—5 Lossen Exfif DRETEERO
W, CERic S X TEHE(LHEE VT2 Lossen 857 DR ETEER 21T - 7-( Scheme 40 ) 32,

CDI (1.2 eq)
allyl alcohol (3.0 eq)
Ph" 07 “NHOH
MeCN (3mL),60°C  Ph
2a

o o}
/\O/Lko’\/ + 0" ron

Sa Y. 83% (recoverd)
Y. 16%

Scheme 40

BEHMEIIELNLT. £ FaXx A7 Ivomlan7 VAT a— L ilBlEniz b, on 85
S, KEBSIZEEHEIN & 72 o 7=,

1—6 Lossen ER\LDOKFTERG

2T, AEEBANVAIVBREATANL b BB TORRMIELNT, RO Frf vED
BB IR T A 1S L S TG ETT ) B RIEICHED Z &2 Lz, SEE. INVANI VBT ZT
NVOEERIRT D AN =V AL%ETT - 72( Scheme 41 ) 39
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o MesSO,Cl (1.0 eq)

o
TEA (1.0 eq)
P, ~ I osoMes
Ph O NHOH pye (4mL), toluene @mL)y Ph™ © H
0°C
2 6a
Y.91%

Scheme 41

SCHERIZHEVY, AR = A & BINER TE T,
ZFL T, B LEAVKR = ULEE BT, ALK 21T > 72 ( Scheme 42, Table 4 ),

NaH (1.5 eq)
DMAP (0.1 eq)
)CL allyl alcohol (3.0 eq) H
P .0OS80,Mes AN O
Ph” "0 N DMF (fomL)  Ph~ O TS
0]
6a 7a
Y. 6%
Scheme 42
Table 4

entry  conditions  vyield of 7a(%)

1 rt trace
2 50°C 7

RINETIEH 50, BERMERE LN, BEO EFIZHEWINENETHEM L7,
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£

EBERTNAIA—NDHNAI VBT AT ILVDOEEDBE, £ Fex AT I VEBEDYED
BNTELEPENL L, ZOLEOEMI > TRRBENT 5, DD, b RaFxiin
T VIEBE RIS TR ICEERREERIZL TN LR ghoT,

ANV LR AT N B D—BRFETOEMEGTIL, Ri#EEXL LT oaF@r Oz H
WA BHIMENE L., REIZER LNV O T a—)uid, IR VBT 2T VH
FDEDTHDZ EDFhoT,

RO R X EOBRRT 2GS TR EIT ) A AE T, RIS TIXd 228,
BHME G DAL, IREDO ERITHEOVIEEFIEM L7z,

C. WrEHiE

e
ABFFEIEH LI &Il T o@h Th 5,

c FRIMNRIUL AT kv
PERKIN ELMER FTIR Spectrometer PARAGON 1000

B ARG YRSt FIAR-4100

- BRI A bV

BRUKER DRX - 300, 500

REAL Y B F T T ORY Th D,

VBTN IT AT NS T T 4 —
Cica-reabent silica gel 60N (Eik, i, 62-210 pm)

HEI o~ N ST T 4 —
0.25 mm E. Merck silica gel plate 60F254

BN VBT AT VDERR
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(2a)

b Rex L7 I R 2.08g(30 mmol), KEES /L T A 2.07g(15 mmol), =— 7 /Li7k=1:1
AR 14ml % 0 50ml 27 7 2 22 A, FiR T 2 BEER#EE%, 7 oo XE V)L 3.41g(20
mmol), &Mz TO0CT 20 BEfEHE L7z, RIGKTH, AEL, Y=FAT—7F /(50 mlX3)IZ
LV L, Z0%, BB~/ XV A2 AVTHBESEL, 2B%, = AKL—v a3 T
MEL., vr7m~FYraMma, 1 BT CHfGRESE, INE 1.7.g R 51 %) TEAMEET,
'H NMR (300 MHz, CDCls) §5.18 (s, 2H), 6.59 (s, 1H), 7.35 (s, 1H), 7.36 (s, 5H)
INHOT—Z IR 290 T HNMR 57— % & —H L7z,

(2b)
500mL 7 A7 F 22z )7 b= 50g17.5mmol). bV 7 ==)LiRAT ¢ 4.59g(17.5

mmol), 7 hFk KkurIv
200mL, N YAT N a— 21ml(20 mmo) Z A, HEBL, TY VALK UBY=F IV
7.7ml(17.5 mmol) &M %, 48 FFIEBE LTz, TOBRT ANRL—Ta U TRIBEL, Y7rrx &y
EMMz, KIZEVHH Lz, TORRB~ 7 2 V2 EZMATEEREL, BARAB LR, BiEs
BIERE Lz, BEME VTN Ia~v o7 — (Y7 Zy / ~FHr=1DI28Y
BRI, BREBEABERE TS L TIE 5.09 g (X 77 %) THHEW A B,
TLC(YZmurZr ~F¥r=1:1)Re04
IR 3516 cm™!
1H NMR (300 MHz, CDCls) §7.98 (d, J/=9.1 Hz, 1H), 7.92 (d, /=8.8 Hz, 1H), 7.88 (d, /=8.0 Hz,
2H), 7.46 (d, /9.1 Hz, 1H), 7.42-7.14 (m, 10H), 7.11-7.00 (m, 2H), 5.11 (d, /<12.6 Hz, 1H),
5.07 (d, #12.6 Hz, 1H)
[al= +2.8 (¢ 1.2, CHCls)

INLOT—ZIEER OO THNMR 7 — % & —& L7z,

(3b)

— [ 50ml FAT7 T AT 2b & 7.0 g (18.5 mmol), Y7 ruAF > 92.5ml, CDI3.9g(24.05
mmol )& AFlL. TR T 3 BFRE#E, (1 I4 Y —/1 5.03g(74 mmol), & RuexI 7 I UIEEE
38.6g(555 mmoD)% MMz, 20 BFfEIE#R L7z, £D%. 2 N HCL AKEREZMZ CRABE—IZ A
HETEREL, V7rm A&y (16 mIX4)THIM Uiz, BEBICHE~ /XY AEMx Tk
L. BRAB L%, BEZEERE L, BEDE V) A5 v av N T 74— @i
N/ F =2 T X VBH L, BEEELZBIERE T2 Z L TINE 3.30 g (IXE 41 %)TH
Ko 2 1R, |

TLCEfE—F /L : ~FH =1 : 1)Re0.2
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1H NMR (300 MHz, CDCls) §8.12-7.89 (m, 5H), 7.52 (d, ~9.1 Hz, 1H), 7.49 (d, /~8.8 Hz, 1H),
7.43 (d, J=8.0 Hz, 2H), 7.27 (d, 9.1 Hz, 1H), 7.24-7.14 (m, 10H), 7.01-6.89 (m, 2H), 5.11 (d,
J=12.6 Hz, 1H)

(2¢)
“ A B0ml AT T A3z 1e & 3.0 g (20 mmol), ¥ mw A X 50ml, CDI4.22g(26 mmol )
I EIR T 24 BEREH#% . A I 4 —/L 5.45g(80 mmol), & Ku ¥ /L7 I HEEE 41.7g(600
mmol) &N %, 24 BRI Uiz, D%, 2 N HCl KIFKZ M2 CTRANRH—IZ/ b £ THEE L,
vrzuu Az (15 mlX)THH Lz, FEEBICHREB~ 7R U LAZMATEBREL, BAABL
1%, BEPRBERE L, BEWES VSN a< v 5T 44— @R FL ~FH =
1: L VERL, EBREEEZBERET 5 L TILE 0.90 g (N 21 %) TEM®HEEZ,
TLC(#fE =T /v : ~F %> =1 : 1)Re0.3
IR 3029, 2931, 2346, 1752, 1470, 1379, 1285, 1240, 835 cm' !
1H NMR (300 MHz, CDCls) §8.07(s, 2H), 7.70-7.19 (m, 5H), 7.52 (s, 2H), 3.19 (s,
3H), 2.05 (s, 3H)

OEWHE FuxI L7 IOk

(6a)

HEREIC 2a & 0.167 g (1 mmol). DMF: k)b = > =1:4(5ml) . 2-mesitylenesulfonyl
chloride0.219g(1 mmol), kU =F /L7 2 >’ 0.102g(1 mmol) % Aiv, 0°CT 24 BFfHE#E L=, *
D, 2 N HCLAKBERZ M2 TRNNE—IZ2 5 E THRE L, Y=F Lz —7F /(156 mlX4)Thh
HLU, B%EBICENLT N UAEZMATHE Lz, BEEBICHREE~ 7 R Y LI THEEL,
HRSB L%, WIEAZBERE Lz, BBYEL )5V~ vIT7 10— @ FL/
AFFU=1 DRV BRL, BEREBELBERET 5 Z & TIE 0.32 g (N 91 %) THEIY
T,

TLCEA=F /L : ~FH =1 : 1)Re0.5
1H NMR (300 MHz, CDCls) §7.84(s, 1H), 7.38-7.17 (m, 5H), 5.02 (s, 2H), 2.61(s, 3H), 2.30 (s,
3H)

BEIHR
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=BEMEERT 7 P UOHBRAR

A. BWFEEM

EHFENE L, ERPELERL. METERTIAHEEYE - FREEWETHY |
WRIZEBAOICTEE L, ZOWEOLENARE L EBIERANHALNISNZ LD TH D, YR
NVENTEENE S LITE BRDABEEME THY | EWEREFANIHESD BT L LT
RESNTWDDIIHEEETH D, ZDIBAHEEINTNDbDIE, I—F v, IV
Y. ZFVLU TITVVUE, VA MIA=VED S EETH D, FileRERELE DRI
REBRMEZ TV, 1979 £, Grove bIZXVEA 3 U7 7 55 40 kg OFLHHEDH»H AT 1
1A REWEETOIEMEREEDNE Y 7/ 74 FBrassinolide : BLAER IV, 77/
F4 RiZbh 324 mg @ m.p. 274~275°C Offfs & U CTHBES 1L, XM REEMEITIC LY e
PIREEINT, AT A NEIEEEBYSCERDOFLELELTIRALNTWER, 753754
FIXESED IS L CRVWABRERZFOUID TOBIThH oz, DT T3/ 74 RitEmiost
L CHEIMETER L, £REE - ERMLOMRE - 2 N U AMMEGS - iR om L, =F

6-Deoxocastasterone Dolicholide

Lo ERRRDOIEES, fRe RABEENELZTRT, £, MOEDFNVE S EFEU LR ERTZ
LWL, T—F VA MIA = EBRENTH T LBEUN,
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