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Hlo
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Hlo
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el
Hlo
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TH) BE b
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=
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E WX 2=E (TFT)
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=
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=
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EREE !
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=
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=
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o]é

[0100]

ot

o

A4

o2

L

A=}

B3HE Bl

WS 100mLd] 23]

=it

=

=

ool A,
- 16 -

SEE 3
olojAf, o] LA

ot

o

}

S

o 7
4
ssiet.

=

S

3
e 2
°

1

ksl
H

3

1

kel
46.7g(350mmol)

shel Al

20.0g(87.6mmol)

shdFu]

H
tZ= 2 g 400mL

S

ofztel ofelf

S

dl

Zglol= 55.6g(438mmol )

EEE]
|71l o]
A=Al

=
=

)

Al 3heh= B-19]

st}
[EAle 1]
(1) 3Hek= 29
ul

o3

El

[0101]
[0102]
[0103]
[0104]
[0105]
[0106]
[0107]
[0108]
[0109]



[0110]
[0111]
[0112]
[0113]
[0114]

[0115]

[0116]
[0117]
[0118]
[0119]
[0120]
[0121]

[0122]

[0123]

[0124]
[0125]

[0126]

[0127]

[0128]

[0129]
[0130]

[0131]
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o] AL & 7t osf AxFTFoEM, s3hE 2 21.5g(F&: 87%)= AUt
(2) s3HE 39 A4

Hkg 8710l olske] Al gl gulE TPt

oot

Z 2: 2g(7.1mmol)
1,3-tdadZ23-2-2: 1.5g(7.1mmol)
<

ol gt 100mL

oloJ A, RES S oM FASEAE 89 25nLE Attt oo, HbE £ 75T/MK] JMEsta, WS
SAE o] LA 2AF wkeElgltE,  o]ofA], WRE 8-S WS wd AHE HAES s o]
HAEE oets 2 Eo 93] &2k AAsta, Axste] 3 3 3.2g(7.1mmol )& LA},

(3) A4 S3E B-19) #4
WS 2700 elskel Ak R gulE TS

3}eE 3: 3g(6.6mmol)
ol

etEFI A 950mg(6.9mmol)
o] ol YE=Z}O]E (Isoamyl nitrite): 850 1(6.9mmol)

olo]A], Wk &HE 85C7HA| 7hE3taL, o] &EolA SAIE myke} el <

, R AYUES 89, 2 AFUER &4 93] ¢AHor A-9 fEFE Pota, fUTe
ittt o] fU1ES AUERAAN AXAZ F, &g FYstdl FRTOEN ZALAES AT o]
ZANES 7y ARnEIYI(I2ZrEIHYE A Bwsoo(*o%ﬂé 2 Aol Az uE]=(FUJI
SILYSIA CHEMICAL LTD.)A), A7) &wj: EF D)ol &) AAsta, EFdo) oa) MAATo=N, oA 3=
B-1 2.7g(3mmol) (5&: 80.0%)S LAT}.

A~
R

H-NMRO webA] 2470e] ERES F]4EtAT),

'H~-NMR (CDCls3): & (ppm) = 8.57 (d, 1H), 8.43 ppm (d, 1H),

8.03 ppm (d, 1H), 7.95 - 7.90 ppm (m, 2H), 7.87 - 7.80 ppm

(m, 4H), 7.78 ppm (t, 1H), 7.72 - 7.54 ppm (m, 10H), 7.50

ppm (t, 1H), 7.47 - 7.40 ppm (m, 2H), 6.73 ppm (d, 1H)

MALDI-TOF MS(viE™Z ¢l o] 3l-nd A7+ A LA)ZFE, m/z=5049] =27} dojA|aL, oA 3}eha
B-191 2% 1T,

[AA] e 2]

oAl s}3HE E-32¢] 34

A &
QQ.OO “:“;_—’ ,%:«'?
Q O NayO0yq
33E B-1 BEE 4 g¢E s

(1) 8% 49 34
WS 2700 elakel Ak R guIE TS

335 B-1: 1g(2.0mmol)
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[0132]

[0133]
[0134]

[0135]

[0136]
[0137]
[0138]
[0139]

[0140]

[0141]

[0142]

[0143]

[0144]

[0145]
[0146]
[0147]
[0148]
[0149]
[0150]
[0151]

[0152]

BTMA-Brs: 0.73g(2.0mmol)

Asloldd: 0.3g(2.2mmol)

Asiudd: 30mL

(2) st 59 94

K g719 olste] Aok R guhE T

gl

3y

o

B2 40 0.5g(0.86mmol)
o]

U

2N 25mL

]

]
% o #rhs.

4,4,5,5-HEgtHE

Ni(dppp)Cls: 70mg(0.13mmol)

Egodolwl: 10mL(4.0mmol)

(3) oAl shek= E-329] 944

_Er
o1M, Whg &7 el A& VAE =

-[1,3, 2] A 2 2]

ololA,

: 350 1(2.6mmol)

WS £710] olstel Aok 2 geiE FYshot.

3}eHE 40 102mg(0.17mmol)
3}3E 50 100mg(0. 16mmol)
o]

: 10mL

. 2 FAPEFAA 7
BAEE ER o3 zﬂﬁwow

SIHSd 10-2011-0101181

OLFAMUGEF FE&AE HItet &, Bol 9d] -
zZAZ7 3, & gedstl SHge
SFEE 4 1.1g(5E: 95.0%)S 4

¢

BE Az BAVNZ ARF F, olshel A

ofolA, Mg 87 el Ak AE EYste] WA ] EAVIE Ak RAVNE ADF T, Pd(PPh), 8ng
& A7k, olold, g 8N T5CAA sk, of eRelA A7 wistdth. W S8 B2
F, B0l o) d-o ReE P 5715 A5, o) #71Fe FAIEFIN AxAN F, &S
Aol FRFoA TAYEL AT, o FAYERL 2 AZrhEIH(ArkE IS A B30
CFEW: FA Bedel Av uiEEA); A4 S0 AW/ EFA=Y/DZ GASn, SFA o3 ADH

Stowal, oA 59t

& E-32 90g(0.14mmol) (& 69.4%)
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[0153]

[0154]

[0155]

[0156]

[0157]

[0158]
[0159]
[0160]
[0161]
[0162]
[0163]
[0164]

[0165]

[0166]

[0167]

[0168]

[0169]
[0170]

SIHSd 10-2011-0101181

H-NURel| whEhA] 247]e] TRES e},

H-NMR (CDCl3): & (ppm) = 8.77 (s, 2H), 8.42 ppm (d, 2H),

8.18 ppm (d, 2H), 8.01 ppm (s, 2H), 7.95 - 7.87 ppm (m, 6H),

7.87 - 7.76 ppm (m, 6H), 7.76 — 7.64 ppm (m, 12H), 7.61 ppm

(t, 2H), 7.53 - 7.45 ppm {(m, 8H), 7.35 ppm (t, 2H), 6.78

ppm (d, 2H))
MALDI-TOF MS("E® 2 Al o] 23l-u8 A3ty A F4)2FE, n/2=1007¢] 327} dojAaL, <A s}
E-3291 22 Selstein,
[ZA]e] 3

oAl s}3HE E-28¢] 34

9

IES- &719 olste] Al 2 &wlE FY3AiT).
3}eHE 4: 120mg(0.21mmol)

-EF o THYd HEX: 36mg
o :

o
2
2
z
olo
oo
N
=
=2
Y,
B
N
2t
il
b
juncs
_O‘L
2
rE
olo
X
=
-z
Lo,
S
do
N
il
it

2 w9712 x3kst & Pd(PPhs), 8mg
o] &oflA 6A17F nHkEI Y. o] Wk
o] F71SE %WL}E of| A ﬁiﬁ]

] s 29
Selo} AN A A, A Bl A/ ERAL /D A, EEae]

H-NURel| whEbA] 247]e] TRES e},

lH-NMR (CDCl3): & (ppm) = 8.70 (s, 1H), 8.42 ppm (d, 1H),
8.18 ppm (d, 1H), 8.12 ppm (s, 1H), 8.05 - 7.93 ppm (m, 4H),

7.93 - 7.86 ppm (m, 3H), 7.86 - 7.61 ppm (m, 12H), 7.53 -

7.40 ppm (m, 8H), 6.78 ppm (d, 1H)

MALDI-TOF MS(vHE=ZZ A9l o] &35}-u8) A7ty A £A)RFE, n/z=6309] A7} FojA|aL, oA 33
E-28%1 A& glshsit.



[0171]

[0172]

[0173]
[0174]
[0175]
[0176]
[0177]
[0178]
[0179]

[0180]

[0181]

[0182]
[0183]
[0184]
[0185]
[0186]
[0187]
[0188]

[0189]

[0190]

[0191]
[0192]

[HA]e] 4]

d A 335 E-139 A

(D 3gt= 69 944

SIHSd 10-2011-0101181

HE3- &7)of o]ate] Aok @ & TSI
3}8% 3: 4g(8.8mmol)

ol 400mL
4-B 2 Rotegld 2k 1890mg(8.8mmol)
o] ol UEZO|E: 1030mg(8.8mmol)
ojoJ A, ¥Hg &AE 85CT7HA 7Hgstar, o] XA 4AIZF wRkEkGiTh. o] whg &S Wbk & 1M G4t
T BAFLAUYES 899, 4 AJUEF FEAoZ FaFoR d-d FElE it FU5ES 356
. o] fUFS SRV EFAA AxAZ &, &ulE st SR EN ANES A, o] Z=AA
55 7Y ﬂiﬂ]’Elﬂﬂl’J AZvfETH TG A BV300(EE; X Aot AWZ e =A); A &)
EFd)E GA S, EFdel o5 AAFTe =N, FE 6 3.1g(5.3mmol) (F&: 60.2%)S AT

MALDI-TOF MS(WE=] 2~ 2| o]23}-H|d) A|7tE AF 4)2 Y, n/z=5849] &

& sl
OERES

15 8719 olste] Aok R gE Tk,

5 E-139] 34

9

33t & 6: 500mg(0.86mmol)

Hd ®BEA 125mg(1.03mmol)

olojA], WA o] BH7E A E97IZ X33 F, Pd(PPhy), 50mges X 7F8FSiTt.
. 9SS Yrs & Bg Jd-d Bz st {7)F
z= |

THgeEA 2AES A0

85C7HA] 7kdstaL, o] &ZolA 6A17F wkelA 2 Z} gk
S gt o] §71ES PEFA AFRAN £, &ujE 7Fetstl
A BN300(AEY; X

o] 2AH=S ZH liﬂ}ilﬁﬂﬂ(iiﬂ}ilﬁﬂﬂ% 4 d
AN g 3 Tl os AAAGe=A, =
88.3% )< LAtt.

HNURS) wRERA] 2470e] ZRES 7&sgi)
'H-NMR (CDCl3): & (ppm) = 8.59 (d, 1H), 8.45 ppm (d, 1H),
8.03 ppm (d, 1H), 7.97 - 7.91 ppm (m, 2H), 7.90 - 7.82 ppm

(m, 5H), 7.76 - 7.54 ppm (m, 13H), 7.51 ppm (t, 1H), 7.45 -

7.37 ppm (m, 2H), 7.37 - 7.31 (m, 1H), 6.75 ppm (d, 1H)

MALDI-TOF MS(WEgA ¢l o]&sl-H|d AJ1+E H=F B4 ZEHFH, n/z=5819]

927} Dol 1

Aol AnZ WE=A]);
E-13 441g(0.76mmol) (&



[0193]

[0194]

[0195]

[0196]

[0197]

[0198]
[0199]
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E-1391 A& Selshelnh.

o

[HA]e] 5

(

% 1o =AE A3E TN JAE ek e F PAS 2 7] W 2AE ojshe] el whel Alxs)
.

fg 71 Aol AHEHHS ALEEe] AEFAAF(IT0)HS AAToRA, =2 FASFY. o=
(2)9] 9 FAE= 120mme) ATk, oA, IT0 A=o] FdE 7|#HS, ofHE H olhx=2d da&([PHE &4
How zHu AAsta, AEFIAA IPAR ES AT o] Z#AE AFRAN Fd, WW/eEow

o
AGSGAT. 4ER Pl we Aed ARe Ty =04 A4 JwozA g,

olojA], dl7le] YER A= SgE 79 SREEEES MR EFEY, TE 0.15F%] SEEEE 92 A
F3ATE. o]oA, ool oA dojW FREIEF S
Fstel v #E5S 4. o, ¥ ©

olol, ¥ FFEI/AE sl HE & He Ve v A
-5

1
HE 10 PaZ 247 Foll, A7 7ol % & Sl e, A FFT Fd 77 dFd=T # AS55S
373 I

A% U FASYh, FAHoRE, 5AEQ sl Urhieldi: S3% 83 AXEQ €4

% wwul7h 05 A 57 HEm s W@Fe FASAT. olu, WHZel o FAE 20mel gl
T, S0 deelAE SR 89 e FAstel A4 4552 AT, oW, A4 FEEe B
A 40melgieh.  oloiA, LiF = %74 & 4959 o

Sl 0.5melgleh, olelAl, Al o
ot A= 150mmel k. 2 A3, #7] EF aAE Ao

SRl
ojoj A, o]EAl Xl f{7] WP A EAAS SAHStL HUken. FAFHSRE =, Ak AR/AY 54
S 9 FZ-WZ(Pico-Amp) A7) 4140B(F-Z-AA = ﬂt“a‘ii‘?i‘f 7Pk . 9 (Hewlett-Packard Development
1=l

o
d
FIF

Company L.P)ANE AM&3le] F743tar, Axle] & BM7(&2 = E# o] A (TOPCON CORPORATION)A) =
=4eiy. =4 A3, B AAde] §7] w3 s v Esb 2000cd/n o, CIE ¥ A4 (NE 2
F)7F (x, v)=(0.140, 0.189)¢1 A w25 yehioes RS A8 Y. w3, 43 §88 6.9cd/A0)H, 2
YA FEE 4.8%0)ATF. EZE, o] Axbel AA BE7IEHA 100417 AEsle] AUgS AvbeteE A9,

N\

=l

4
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[0200]

[0201]

[0202]

[0203]

[0204]

[0205]

ERER:
o 7 Waharh.

% o] 59

Qg ol uheba f7

A¥E ® 40 e

& =
I
ul
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4ol JERIE diZ2 ¥Ae e Astaes, 4
odo] 7 Aztol| A, AAd 59 E 3

¥ 4
u3E CIE &% wF 5 5 FA
EAA &
BAE A2E x y [cd/A] [%]
AN 6 | BEE8 E-30 0.140 | 0.172 |73 5.5
95 23%) (5 23%)
AAd 7 | BEES E-30 0.141 | 0.190 |76 5.5
90 F%%) (10 3%%) ‘
AN 8 | BEES E-28 0.140 |0.189 |69 438
095 ZF%) (5 F%F%)
AN 9 | BEES E-36 0.120 |0.189 | 6.5 4.6
95 53F%) S &FP%)
AAN 10 | 3EE 8 E-36 0.141 [0215 |8.1 5.3
(90 %) (10 3F%)
AN 11 | 3FE 8 B-7 0.144 | 0.126 | 5.1 4.7
95 5%%) GE%%)
AAd 12 | 3E 8 B-7 0.145 |0.138 |43 3.7
(90 %) (10 3%)
AN 13 | BFES E-25 0.143 | 0.121 |52 5.0
95 2%%) G =%%)
AA 14 | 3FE 8 E-25 0.142 | 0.124 |52 49
90 %) (10 33%)
A7 F 4o YER uviel o) AAld 6 WA 140 wEtA A F3 F7] 4 AxfE B Ao WS e
Wtk HERE, Axp Zbzbel]l AA Ee9f7lstel A 100413 A&stel A4S Q17 Bg, Foe wgo] A%H
[e)

=& 2008 12¢ 1097 =9=
ol Fx2 23hE = Ao},
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