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S=50dl 10-1120937

AR 29 S ¢t5 e A, 47 =3 AAE UAES 9= 0PP) <tw il
&

cl SC,gHa;
K,CO,; DMA

© + HSC,gH,,

CN CN
25, 71AA wgky], At 2wy 2 5 SF77F FEE 750ml 57 AES EEtd SolA B84 dY]
ghol] Whg-& AAgth  1-=ZEFEIZIE]S 100.00g(0.35mol, 1.09%) < 30coﬂA1 Je| g ol Eolr| = (DMA) 200ml
of &3Al7]a, 2540 AA TuEolA Eolu]l= 200ml T2 p-FZ2WIXYEZ 48.18g(0.35mol, 1.09%)3}
u| By elakzbg 67.72g(0.49mo0l, 1.4 o] WAl deldle] sleitt,  olojA], WS TIES 135CE 7tEsy
o] Lo X 4A|7F FoF WRESE,  o]ojA | £ QTR WHa, WS EFES 1647 Fob wwksle] WS
S dBEAZT. oo, HES E3MES A4 B 1600.0go HEU. Ao AA AEd WA AR 1

AZ olFste] 70°C, 200mbarollA AXAZITE.  3}8H (52)9] 3= 122.6g(0] &2 9
90.4%)¢] 5=t}

gatal (52)9 3HES wdk EE[#x; S. Karlsson, A. Hallberg and S. Gronowitz, J. Organomet. Chem.
1992, 430, 1, 53-60]1° &/ME WHI FAFSHA == E31[#%; W. H. Roark, B. D. Roth, A. Holmes, B. K.
Trivedi, K. A. Kieft, A. D. Essenburg, B. R. Krause and R. L. Stanfield, J. Med. Chem. 1993, 36, 1662-

16681 &7/l® =HHI} FASHA E= % [%%; D. A. Shirley and W. H. Reedy, J. Amer. Chem. Soc. 1951,
73,4885-48861°l ¥ /e WHI FASH M ERNZYUELS S0 S22 319 Az = Qo).

ERERUE
7] WAl WE 4-SeASA MR EL ] A
N N

K,CO,, NMP

OH OC,gH;,

750ml AE3Z} Zead oA, 4-3fo]=EZAMFUED 30.0g(0.252mo0l), 1-BZX2EHHZE 84.0g(0.252mol)
9 oo By eAE 48.7g(0.353m0l) S A | N-m| &3] 22 =(NMP) 200mlell =¢ate] wwkebd A 120°C
oA 7td3th. 1543 B¢t wHkgE 5 EgtES d2ow YZAA7|al B 2Le] How ojm gk o)X

N

_ . C.
dsfete] B AHAT. 60T, 150mbarclA AZAIZ F, shea OOy

aL A o=
2774 LA 90. 8g(°1% 219] 97%) 0] FEET
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3}7] HE-S-2] o] | 3}k (100) ¢ o= 9} 3}5}2

(1019 AHE X3ete EFF9 A=

HG

GHy SCigHyy

© © 1) NaO-t-am, DTAS
* 2 HOMeOH

CN CN
S5A, ZIAA wky], Hek 2] 8 @5 S57I7F e 750ml 57 AES ek Sell EEY 7]
atoll Whg-S AAg.  FAxE 2 AGMY S =4, 7AF anb] 9 85 §5%7)7F e 2,50 5
T AES SEkaA Sl AAF

UEEF 24.8g(1.08mol, 4.09%)S 112TClA 33 obd &F 400mlet ZFvll#Fe] Fe(II1)Clzo] &Ho 7}3io),
UEFS 112TCoA 40%o 44 &aA7|H, YEF 33 oldolES} Wyt dAET. o]ojx, AAdwE &N
p-EFUEZ 62.0g(0.53m0l, 1.96%%) 2 p-SEHAEMEES 4.2¢(0.0lmol, 0.049F)S 7
105Cell A 5A1zbel AA <2 M t]-3% ol o 2AHE 92.2g(0.31mol, 1.15%9F)S 7}sich, ¥he 53}
CTolA F71=2 2A17F FoF wwtale] vkl Aoz Wzhx Itk olojX, WhE EFES B 450mle} wEr
450m1 ] &-Hell (A 011*1) 1580 AA 7rgtt, AdE EFES 32TE 7MEste] o] 2XolA 4.54
aEreith, AN AAES oFete] WEE 500ml et B 500ml 2 A sk 80°C, 200mbarol Al AEAIZItE,  3}8)
21(100)9] <tz e 818k (101) 9] A8 & ¥3sts A E3E 75.2g(0)&X]9] oF 87%)¢] F5HT}.

o
o
% (2 do

2 A4 2B:
UEF 24.83g(1.08mol), FeCl; 23Ez g % 337 ol &= 400mlY EFES 750ml AE3 St £
513

Al A dgi7istel SRAIZIY. AEE Lol 4-EFUEZ 59.47g(0.508m01) ¥} 4-LELHAE| QHIZUE
Y 12.56g(0.0324mo1)S uHFSFAA Zhglt),  o]ojA], &al4l tl-37 o ol~H|Z 97.7m1(0.311lmol)E 5%17}
2 AA dgadg gFsld F7F2 22 5 wke thg, 4

of Ax 7hgtth. HUME g9 &, A" L {4

202 YN, oo, WE EFES 4580 AA E/IS 450g¥ HlE-E 450mlete] E§Eo| 7}0}‘11
o] B 2&F 20T oo FTHA gon, oloja] 83TolA 4.5A1%F 5t gFslel nutsle] whg-& o8
Ak oled WMo R F£5E 8 AES Adsta HESy 22 AFdT. zlFste] 80TAlA WA
AzxAA, 5}5“‘(100 o] otz o} gEA(101) 9] UARE s AR EFE 77.7g(0]EX 9 82.5%)& 53}
o, o]& PVColA Tt A0S e,

AAle 2C WA 2

A 2C WA 2BE 4-SEHYAE QW ZUEZ S 7] Rl AAlE UELHEZ dgAstE AS Astas A9
1A9} FARSE W o= Az

A o] JEd iy PVCol o] A%t

2C g el ez ES ol &2 2] 82% o Rl ke

2D 4o A S A HFEYES o] Z ] 2] 82% st A4
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1) NaO-t-am, SAl
* * 2) H,0/MeOH

CN CcN CN
SAl, ZIAA wkk], Ak ZAwr]) 9 gt SoA BEY di7]st
of whgg AAgtt. FAAst 9 AvA S&717F FAE 2.5 57
AES Fepaa FollA AAgt

UEF 24.8g(1.08mol, 4.09%)S 112ToA 37 o &2 170ml9t Zviake] Fe(I11)C1;9 & 713},
YEFES 112ToA 400 2A &liA7IH, UYEF 39 obddlolES N7} FAFETH. olojA, A &
p-(3w FEDWIEYUEY 34.46g(0.22mol, 0.8FF)S 7hetth.  ojojA], p-FRIZHMlEYEY 44.64g(0.32mol,
1.29%), p-2guAdEeHzUEZ  8.4g(0.02m0l, 0.0893) = AR foliAZEd JAHE
59.12g(0.30mol) < 60°CAIA 3% oFd &F 100mlell &3WA7]aL 3.3A % e AA whg Z3&ol| 7ttt} 3Hupgh
ANl = WS 2571 1056TE FAHA R, o]F 95T R Woldth, FI7lE SAAF tlo]AZ s

2 10.95g(0.05mol, 0.29%)S 1AIZt AA 718tal Wh-g EFES 95TCoA F7F= 14 ls
Aoz WAL, olojA | WS EIES E 1062g7 HIEHE 213g2] &l (A-204) 2084 AA 7}
o A" EFES 76TCE JFFsto] o] oA 4AZF Bk mukEth, ololx, I 2)
o] Werg 519 & 5LE AlF3skal 80°C, 200mbaroll A AxAICH 3184 (102)9] <rme) 318H2)(103)9) R E
EFeleE E3= 81.5g(c] &A1) of 80%)¢] F5H T,

>
off
5 2

Al 4

I
o
il

UEE 22.94g(0.998mol) ¥} 37 oFd &= 199.6g¥¢] EFES 110 WA 115CY %o 9] SFA 71},
e By gols 105TCo|A nHkslar, o] godlo p-F22MEYEZ 66.21g(0.481mol), p-ZEdAWIZYE
2 12.01g(0.031mol) ¥ 37 o} LF 121.93gel &3jAIZ] A Tlo]AX 2 o ~H| 2 64.22g(0.317mol) <]
]_

EES 34l AA Hrlgth; AUME 953§ vk B35S 447 HoF wnksi)
ojoj A, RkE &3 23C=E WZHA)7)aL, 25 WA 30T & 422ml
olojA], ol& 78CE 7td3sta(3s), ©l —%EOM 6A1 3t

Etol s ojyjslo] wlebe 1.5L9F & 2LE A

=
=2

l
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[0203]

[0204]

[0205]
[0206]

[0207]

[0208]

[0209]

S=50dl 10-1120937

SC

PVCel tial % oJal 83t C (104)9] otme}l s8H4] w7 (105) 9]

g Egets A4 EFE 66g(cl A9 7080 FEH

oL
o
)

%
tlo
4o

Al 4B:

| $C1eHy
1) NaO-t-am, SAl
S ———
+ 2) H,0/MeOH

CN CN

UEF 22.96g(1.0mo1)S 112CeA 35 obd 43 200g¥ FHvlze] Fe(111)Cl:o] & 7hert, YEFS
112Col A 6080l Z2x &ajA71H, JEF 37 olduolES Hyrt FAHT. olojx, p-FadxyEeEd
66.21g(0.48mol), SeEtdAEoMZUE™Y 5.95¢(0.016mol) 3 FAE tlolixx=Ed o AE 2 (SAD
48.16g(0.238mol )= 90 TollA 35 ofd && 121gol &A1 7]aL 2z e AA 7§ E3tEo] 7hstrt.  H7beA
Nl WE 257 112CE FAEA T, o]F ¢5TE wolzlty,  ZF7F2 SAL 16.06g(0.08mol)S 347kl
Ax 7psta g £¥ES 85TolA FUEE 4AIZE FoF wwkste] AR o® WZAZITE. ool Wk EE
Ao 205 AAH B 552ml9} WEHS 522mle] &N KTk, AHE EFES S50CE 71dste] o] &
|4 4AZF Bt wRkELE,  o]ojA, W HA AAES o1}l uﬂ%%%l 5 7b7r gLE AlFeta Az A
Lﬂ oA 80T, 200mbarol A ZEAIZIE. 182 (103) 9] <tse} 3432 (104 rgtebe AA 23
& 88.3g(o]2X9] 96%)°] 5= ™, o]:= PVColA FHg S L}Ewdﬂr.

O

= mlo

E
2
Al
mim

ARl aCE p-F D SALE A7 g SEAS AR E
43 e A A oz Az

i)

= UEF 37 ofdelEd
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[0210]

[0211]
[0212]

[0213]

[0214]

[0215]
[0216]

S=50dl 10-1120937

1) NaO-t-am, SA!
_
* 2) H,80,/H,0/MeGH

25A, 7AA war), A3t 2wy R BF $5717F FEE 1650 57 AESE Eehaa oA B8 div]s)
o WSS AXTE, GRS D AUMY dAE 2=A, ZAA whby] @ 35 $E7)7 AFE 250 57
AES} Fetaa SoA B84 gi7)eel RESS AAIg

UEH 44.5¢(1.9mo1)& 115ColA 373 ofd &F 348g7 Fwgke] Fe(111)C1,2 &N 7lgtty. YEFS 115
TollA 408 ZA L3A7IH, HEF 39 oFdeolES Hot FAHET. oo, p-EFRERHXYEY
137.6g(1.0mol), SEFOAE e EYE” 12.3g(32mmol) B FAME folAzm=aa o 2HZ(SAD
94.2g(0.46mol )< 60 Toll A 33 obd F 220gl &aAI7]aL 2AI3bol] AA wkg E3FEo] 7hstth. A7k 1
AZRgelE g3 57t 115TCE A AT, o]F 85T AA3] grolxith,  F7F& SAI 31.0g(0.15mol)S 34
Zroll AA 713tk oloja | F7IRE 3AIZe] AH olAZ L 3F ofd &F o FH] EE 16022 85T
Al 7 (350mbar)dtell TF AASTE. WhE EES Ao WYZAAT|A, 0TelA 2. 5/\17%11 A4 95
349g, WErE 170g 2 60% A4t 163ge] &l 7hetth.  HUbshE B9, MeOH 231g¥ 98 % 1440gS A%
A o] Zhgtth, AR EFES 0TolA 5A17F B¢ wnkdich, e HA A dES oJyste] ey &
247y 5LE Al Fstar Az AUyl SellA 80T, 200mbarol A FAEAIITH 31841 (103) 9] ¢hmel 318H4)(104) 9]
e E Fete A EFE 170g(88%) 0] FEEM, o]i= PVCA FHe HAS UERdTE.

4-SEHAEI o EUES  diale] AHHdstA XgE WEYEL(E] ZRYES Ard 4E JiA 46)S
A3t F71e] bR E FASE B o g AAE FEE AT, AAY 40 2 4= x3dE MR YUEZS
UEF 373 ofddolEd AH =oleta 4-FREHxUEY 2 SAl: H7eHA guts A Adstas {4}

g o R Az},

AAel R Py
4k ~0~Cyolly; 82%
4F -S—CyoHyy 87%
4G ~0~Cysly7 88%
41 -S(CHz)3S0:Na 90%
4] ~(0CH,)50CH; 83%
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[0217]

[0218]

[0219]

[0220]

[0221]

[0222]

[0223]

[0224]

[0225]

S=50d 10-1120937

A) ;\] Oﬂ 5
Cl
N N N
1) NaO-t-am, SAl
00 L
cl 2) MeOH/H,O
Cl SC, H,,
e dHow ddd UEF 38.8g(1.68mol) ¥ FeCly 23tEel |S 1L AESt Sk &ollA 375 o &=

375mlel =3te] 3H7F&}ol
-EFE2HzyEY

st Z7FEEtH(E 2% 130C). olojA, g T & 37 oy &F 225ml F9
72.32(0.53m0l), 4-FEEWMEYEZ  31.0g(0.23m0l), 4-LElEAEeowMlzUEY
14.2g(0.038mol) % ZAAF Tlo] AT 2 o 2 2 92.9m1(0.45mol)e] &NE 7IEE Hd 2= Ea A%
of AX 7}t olu & 2L X7]d] 95C=E HAAS. HIUME &5 F, F7F2 SAI 15.5m1(0.075mol) &
308 Ax 74gt. olojA, Wk EFES 50TCE WZAZ|aL, Ao 308l ZAA wWEeke 375ml9t =
1126mlote] E3EE vk, H7FE 53 §, v wwkste] 9hgS SRA|FItE. QXA e o)
Az AU £o) A 80T, 200mbaroll A A AZAIZL F . PVC A

FrgskaL apayol 7&‘& LML YER = k8 136.9g(0] &3] 9] 91%)°] F5H .

e 6:
Ph
N N
1) NaO-t-am, SAl
+ —_————»HN
2) AcOH/MeOH/H,0

Sc1 8H37

Q

Zte g o2 Ad® UJEF 25.9g(1.13mol) T} FeCly; 2T-E8 €S 1L AES Zetaa oA 37 opd g=
250mlel EQiste] BFate] MG (E 2% 130TC).  olojA, AGHE FH &4 37 opd &F 100ml F9

= =23

4—511%E1gqﬂ§1412% 107.2¢(0.50mol), 4-<EMHAEISHMIZUEZ 2.1g(0.005mol) L &214F t]o]AZ 2T o
2B 2(SAI) 73.43g(0.36mol)e] &ME 7tds Hsl Zu7](90C)E

S Fall 3AIztel Z2A vhet. HUkE s
F, F7FE 1.5A17F St ShFstell wnks AAGT. ojolx, g EFES Ao YZAAZIAL, 0TlA 30
o] Ax FZE A}E3le] /98 1000ml, WE-S 200m] 2 WEAF 90g8] EFER YT HAES 9483
F, 0 WA 10TColA ghA] wykste] wgS AmAZITE o]ojA], A dAErAS oHsle] wgkEz AlFg o}
o =2 AT, Az WYl &4 70T, 200mbaroll A WA A EAIZ] $- PVCAlA Frdskar 2ol 33k
AAE YeR= bR 106.3g(0] 249 87%)¢] F5HTh.
Al o] 6B:

1) K,CO,, DMA
2) AcOH/MeOH/H,O
s N
3) NaO-t-am, t-amOH
4) AcOH/MeOH/H,0 O

[. IOHE #H= 2549 Al e 107.2g(0.30mol) 3 v]&% = B2b2F 97.4g(0.71mol )2 2.5L A &3}
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[0226]

[0227]

[0228]

[0229]

[0230]

[0231]

[0232]

[0233]

[0234]

S=50dl 10-1120937

Eetaa oA N N-tJHE 25 o] =(DMA) 1ol E9438te] 70ToA A ti7]stel AdstA wykgitt,  o]o

A, HedlE 65.82(0.585m01) 3 1-SEFEAE]S 4.52g(0.015m0l) ] EFES Al ZAuwr|E E3 AHrjsir),

ojojA], EFES 130TlA 2.541%F & wpkek vy 110°CellA] ¥ agkate] k3-SR AlXIT) %‘_%Oi

AN 5, EFES WERA 45g WS 2.25L @ B 450m1 Y EgEo] AA3E] 7lete] HEE 983 24
WS

A AAES 73 g WEk2y B2 AL Aet. Az A6l Sl 80T,
o xore gA Ar)e] A 2 okm 149.1g(o] & 2] 98.6%)°] FEH ).
Ax FelE HAsstr] Yall, olge = 459 AdFE v FAHof| upet vESAIZITH:

G UEF 5.0g(0.22m01) 7} FeCly =358t §S 750ml AESt Zef~a FolA 35 opd &

A4 th7)slel 8F 7GR &% 130T). oJojA, AAE T g AE %

5 25.2g(¢F 0.05mol)S RESIHAA AW o] Zhsith. H7ME €53 &, FUMRE 2413 5 B8t
"S- AASTE, olojA] | Wk EFMES A2ow YZAZ|al, 0TA 308 A FIZE ALl &
500ml, WEFS 100ml 2 WZEAF 18¢(0.3mol)e] EdEE $7Ith. H7E 483 & 0 WA 10TA ¥ w
whate] WSS BEAIZITE, oo, AN degds OMoM HEeZ A s B2 AF =
Yl oA 70T, 200mbarol| A WAl AZAIZ] 3 PVColA Fwsla o] 7ek 2 AS el 4
22]9] 95.2%)°] 5.

et
o
)

QRFs 24,

P AP 1 9y Fdold

He B [ k(%]

A

1 a4 48.20

2 +2 9 HEZ 34.00
(BEA7] Alg]Ato] E(Toshiki
Sericite) 0S-61D)

3 A 20 weEl AzE bE EIE |5.00

4 Fted 6.00

5 otel g ol olE 3.00

6 We spepl 0.20

7 =29 shepdl 0.10

4B

8 g7tz doolE 3.00

9 PEG-400 t]o]A2H|o}lg o] E 0.50

o o 71 71 (s}
e A5 % [%]
1 v u}AL-f LISP 15.00
2 A 1041 2°ﬂ el AxE oE g8 1.40
3 FD&C E-F 1 B3016 &EnF Hola 0.25
4 FD&C "“i—r 5 B3014 ¢=FulF #HolA 0.20
5 Ti0, ¢t& 3.00
6 FAwE A= (33-8073 1.00
7 = A+shz 3080 3.20
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S=50dl 10-1120937

8 oAb LISP 31.40

9 A e 2.00

10 sz 400 4.00

11 7Feh-$-8} 2k (camauba wax) 2.00

12 A e e 5.00

13 Fl2at/ 7tz 2al EgZgAgel= 8.00

14 5S4 HEAAH ol E 7.50

15 gEdR 2.00

16 ZHotd U4 2.00

17 e 6.00

18 Ale] Bl E{(shea butter) 2.00

19 A ZuEolE 3.00

20 223 dehyl 0.20

21 EFHY oA o] E 0.10

22 gy g 0.75
[0235] AR 8 WA 218, Aol #daid wrhx] 75 Wx 80T %ol Eg3t. AR 1 WA 78 A T3
U EE 3F oA Edgct. oA, AR 1 X 7S AR 8 A 219 E3FE| etk EFES 75

p=h
= .
WA 80Co xkolA Edth. o]olx, AL 228 7bstal, EF=S °F 70TC9 kol =&dn.

[0236] olglst o2 AL EAo] BYst Hago| H5HEY

[0237] st Ay 30 vy

[0238] HE A %]
1 HEF Aol 0.01
2 o El olAH ol E 20.00
3 o] AH-El oA H O E 26.99
4 olaxZRg 4F 2.00
5 il 20.00
6 UERAEZZ 17.00
7 AHLEZEZ oA EH O E o] AFEHE 8.00
8 tig ITgygolE 3.80
9 1,3-58d Se= 0.20
10 AA 4 20w AFE g E3E 1.00
11 2HolgdmE dEGOE 1.00

[0239] Wl S ARE 54T Hojd 3PS ke A4 miy§telrt F5EY. wiyFoE viEa 39 53 7IHH

g7t fiyfFoE A T, &Fe dFo] M3 EA g Aoz Yedy
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