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1 'H-MMR, “C-MMR

JEOL Ltd. A|&<] JNM EX270

270MHz

A9 Shodex KF-G + KF804L + KF802 + KF801
Selo: v Ees] =2 (THF)

S5 40T

#HZ7]: RI(Shodex RI-71)

3) FAaEAEA

LECO Corporation A2} CHNS-932%

4) ICP YaiA

Shimadzu Corporation A=< ICPS 8000

5) A =52 (FAB-MS)
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[0097]
[0098]

[0099]

[0100]
[0101]

[0102]

[0103]

[0104]

SEE46 10-1112012

JEOL Ltd. #|$52] Automass II

AAlel 1(a)~(h) 2wl 1(a)~(h): A olelw 2Ae 4

AAld 1(a): 94 shgh=(1-1(a)) o] 4

Z ]
® \T
2N cl
IrCla(H20)3 4 Q_@ - \'i< >Ir\
Cl NZ
Ny g
I Z
(A)
Oy H /I
SN
Q0% O
O I
- Z N/r\N/
~ )

(B

PhsPCH3Br n-Buli

>

Y

(1-1(2))

detol 2w (111) ArskE 10.0g(28mmol) ol 2-o S A ol gh& 150mL, = 50mL % 2-¥dd2d 9.0g(58mmol) <
A7pskar, o Aol EES Aa E97IstlA 12413 ERTkdsigitt. Ao weels O 27 A2

Wzl wizbx] wAsta, AdE JdES FEUdHE AREste] Edskelt. O ve, Id=S dEgeE A
shar, grtrzste], & 89%= ol2lF #A(A)E 13.5g(13mmol) BTt

Ao}zl olzglF ZA|(A) 5.00g(4.7mmol) ¥} 4-(2-Fd)wl= A3 = 1.71g(9.3mmol )] EFE] 500mLe] EF
AL HArreta, 2 dojd EFES AoA 587 wukslgitt. o the, ol Ef|Z R zvgEEsbe
2.40g(9.3mmol)& H7Fsta AA 9718kl A 3AZ BRF7MEE . dolX RS AE 1 EEVF ALk W
zhd w7k A] WA gk &, Aol ER osigltt. st SAE FRAAS F, IRES At Afazq
EOdR SYN(EFRREE/NLoAHCIE=19/1)S Agste] AGAsta, tE2 =g/ vese] £3890
ZEE AAAs, & 15%= olglF ZA(B) 0.95g(1.4mmol) S AT},

tgo, WYEgHdEAEE HEnFo]= 199mg(0.56mmol )< 10mLe] THFe] &
2H8-9 0.40mL(0.64mmol )= H7Falgivt. o] EFES 0TCOA 30&3F Iﬂﬂﬁ&

o
i
D
_)‘4_14
S

A L, o] EFE o
248mg(0.36mmol )& H7Fsta, 1 dojz E£}ES *E‘ oA 2A1ZF ¥ wkalgith, AR wkS-ole) X AtS
A 7yekaL, ﬁiii%zi F7ES FE3 }%’E}. 7155 Ftadlgos Axst &, AE st S/A
AR, JFES S A(EREZEE/ANN=2/1)E AMEste] dE7Hd dyazetEag Iz AAsta, HE2
iﬂﬂEF/HﬂEP g No 2 HE AAASIA, & 5002 T8 3E 1-1(a)S 100mg(0.15mmol) LT}

' NWR: 7.79 (m, 3H), 7.46 (m, 9H), 6.90 (m, 11H), 6.55 (dd, 1H), 5.44 (d, 1H), 5.00 (d, 1H). FAB-MS:

681(M) YA A Caled for CasllsIrNs: C, 61.755 H, 3.85; N, 6.17. Found: C, 61.91; H, 3.55; N, 6.02.
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[0105]

[0106]

[0107]

[0108]

[0109]

[0110]

SEE46 10-1112012

Hlate] 1(a): vl T84 3= (1-2(a)) ] 44

KzCOg, aqg.
— Pd(PPh3z)4 —
Q—Er + (HO)zB—©—00H3 E—— \ ./ OCH3
©
HCl aq.

——*QO

= I OH =
& W
/N\ PNy I AgOTf

7\
IF CI/lr\N/l + Q—@—OH /lr\
©)

I
GY) E)
S
& =
/\©\/C| , KaCOs3 \NI
|
o r\N/
g |
Y
(1-2(a))
4 EA AT A4 10.0g(66mmol)&  50mLe]  1,2-T]H|EAlegke]  &3stal,  o]Zle]  2-HEEIEY

10.4g(66mmol), HIEet7|=(Egdd E2=3)ZeHs 0.75g(0.65mmol) B EAZF 25g(180mm01)9] 50mL =&t
= A7beRdh v, o] Edtws A wSVIsklA AR SRvbdEith. dofR whe s T 2 =vh A
S/ BbE WA A sk, o2l 100mLe] =¥ 100mLe] olHotAElOlES M bekal, 1 Ef=a 4ol
A8t FrlsE BAbadiges Axd ¥, A AsdEt SRAAST. Aies A dHaR
tEag 2 g f(EREXE/ALoAEH I E=19/1)S  AHgste]  AAlste], & 842 =02
10.3g(56mmol) A SAtt.

Aol7 3THE(C) 8.5g(46mmol) S HF Aate] La)A]7)ar, = £7]1FolA 130T A 447 kst Ao
72l QS-S ofo| 2o A WZIStAA VA AUYEF FEQow FIlela, fUES SREREXEOR FET)
Ak, FREIE LA FE3a, o]Ad S HIE F 20T E W4T oRKN, & 864= AR ITE

(D)& 6.8g(40mmol) LT},

Aoy 33HE-(D) 500mg(2.9mmol), Al 1(a)olA A3 olg]ls ZA(A) 1.50g(1.3mmol) % EYZFo=H
EFEZAS 680mg(2.65mmol ) 9] E&E] 500mLe] EFALS H7bsla, 1 Ao EFES AL E7|SA 3
AIZE SR Y. dojxl WS O 2&7F A27A] Wzbd w7k A g §, Aol ER o] #eqitt.
EAE A FTHRAASE ¥, IFES HAYFHE AHAREIYIR LY JNEZZEF/NEoMH O E
=9/1)& AH&3te] AASI, tERZde/es LR o2 RE AAA ], & /6= olFFE FAAE)E
610mg(0.91mmol) AT}

Aojzl o)gF ZA(E) 500mg(0.75mmol) T BHAZEF 300mg(2.2mmol) o] E3Eo] 100mLe] o}AES Hrlsta,
o] A 4-vldWlAEFZeo]= 300mg(2.0mmol)S T H7FsTh. o] EES Ah E97]selA 2447 &F7}
datelth. dofxl wkg EFES Y HEHE ougt $, oJAg st sFHEedth. AFES A }@ 2
dagneagyzs geA(FRazE/ddolAH ol E=19/1)S A&t AAlstn, fZEdve/ves E3
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[0111]

[0112]

[0113]
[0114]

[0115]

[0116]

SEE46 10-1112012

Aoz RY ANAAGd, & 669= T = 1-2(a)S 390mg(0.50mmol) AU,

HONR: 7.80 (m, 3H), 7.64 (m, 11D, 7.20 (d, 2H), 6.95 (m, 11), 6.59 (dd, 1), 5.40 (d, 1H), 4.90
(d, 1), 4.51 (s, 2H). FAB-MS: 787(M). €99&¥AX Caled for CpflulrNO: C, 64.10; H, 4.10; N, 5.34.
Found: C, 64.38; H, 3.96; N, 5.29.

AAle 1(b): T34 stEE(1-1(b))e] T4

1) Mg
2) OHMIE

]
X N
| /N\ ;/CI\, 7\
| Ir: H
‘ [ ¥ ‘:N : i
Ns \' ®
| -
()]
=]
N
AgOTF ,
= N/Ir\N/
g <
(1-1(b))

mdlE 480mg(20mmol )& F#Fdle] HAARSVIE SHE weE7]l Wi, o]zlel 1omLe] THFE F7hshsict.
o] EEo, 4-vEAH DTt tAlel] 4-B 2R e S AFSSE 2 ol9fellE BFE(0)Y] FA Tde
wo g A% 2-(4-BER )Y 4.0g(17mol) 2] 40mL THF &NS 1A17Me] AAA 2Halela, ALsho]
&7 BHG Aol 1AZE o wRkegith. 1 v, ofolzuf oAl WZEH Al o] le] o} AlE  3.0g(52mmo
1)e] 20nL THF &S AH3tapoivh. A2olA 1A17F wgkek & dojxl wkgoho] 500mLe] &5 H7spsivk. 1
g, §718S ddetHe|ER F&3ta, & H X3t AAFE AT §, T Al os 1z

o, o] gds #AYs wHFstn, IFES A APIARZvEOY YR SA(ERREE/NEAHE
=1/1)& AFg3+ xgxﬂo}oq T8 58%% 3}FEHE(F)S 2.1g(9.8mmol) AAT}.
ogoll, 2-dldaEd gialel 2-(4-tert-F-Eu D) I D (4-HFEA A D525 diilel] d-tert-FEaALE R4S

AREgh A ol9)dl= FHFE(C) FAI FUe WHoR FAAHS A& A ol9d= OMH X‘xﬂ(A)/l 4
3 T3 WHow A3 olglE ZA(G) 500mg(0.30mmol), A7) dojzl 3}+eHE(F) 150mg(0.70mmol) % E
Z20 2| EALS 170mg(0.66mmol) @] EFEo] 50mLe EFAS Hrlela, 7 dojxl EFES Ah 297
st A 3A17F BH/1AE . doj wre NS 7 2wyl ALtz WZbE wjrhx] wxe T dlo|ER o}
sk, §AE Hdst SRAAS F, AFES SFYdom FRRIES ALY HYytd A¥aEntE Y
=2 AGAsta, YHER2WE/dvEs Ao mRE AAAI Y, F& 4502 FTHAE FFE 1-1b)E
220mg(0.27mmol) A AT}.

' NMR: 7.80 (m, 3H), 7.55 (m, 9H), 6.90 (m, 9H), 5.17 (s, 1H), 4.86 (s, 1H), 1.91 (s, 3H), 1.10 (s,
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[0117]

[0118]
[0119]

[0120]

SEE46 10-1112012

18H). FAB-MS: 807(M ). YA A Caled for CuflyulrN; @ C, 65.48; H, 5.50; N, 5.21. Found: C, 65.87; H,

R

5.41; N, 5.06.
Hlatef] 1(b): vl F3H4d skt (1-2(b)) <] 34
OoH | ;;Ii; //l
\N \T
I + )ﬁ(c' —_ It
™ . | N ™
(H) (1-2(b))

olglF ZA(A) tAlel olglE A (GE AHEE olee olgw FA(E)Y T4 sdT Homé
¥ ZAAM)  500mg(0.64mmol)S  30mLe] UEFR=2were]  &siEih. ol v
80mg(0.77mmol) 2] 5mL ClEZ2We g8 Hlsta, dofn EFES AL 147 1 4
g3t FHFAAS L, AFES o EEEE%—% AHgste Ae gt ﬁﬂ*ﬂiu}ﬁ:ﬂﬂi gAska, o
Zrade/vee Eggdo gy QAAQste], & 8442 A IFE 1-2(b) S 460mg(0.54mmol) DAt

]:E

' NMR: 7.85 (m, 3H), 7.52 (m, 9H), 7.01 (m, 9H), 6.04 (s, 1H), 5.51 (s, 1H), 1.87 (s, 3H), 1.10 (s,
9H), 1.06 (s, 9H). FAB-MS: 851 (M+). DAaEA A Caled for CyHulrNs0, ¢ C, 63.515 H, 5.21; N, 4.94.

Found: C, 63.67; H, 5.17; N, 4.88.
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[0121]

[0122]

[0123]

[0124]

[0125]

SsEE46 10-1112012
A 1(c): =3 SFE(1-1(c)) 2 34

1) Mg
2) ¢ N

O
3)H* /
g -
DMSO , (Ac0),0
- O

)
NHoNH2 , KoCO3 7\ O O /
(K)
F = i
LT ﬁ}i} /
S "
i | o ey
Ny S (K)
J

T

bl 1.42g(58mmol) S FFete] ALELVZ A8 &g 7]d @i, oA 50mLe] teldduas Hr)
sHTh. olFlo] 4-njdulFE R o= 8.92g(58mmol) 2] 100mL T]o”oE|2 &MS 2A17k AHA A 3}el3ict.
Ak, A7) EHe A2 A7 ¥ wykek F | ofo]zuf oA WZFEIHA o] A 4-(2-F | d )Ml =L | &
= 10.1g(55mmol) 2] 100mL U2 &HS ARt Ao 1AIZF 2k dojxl uk-g-lel] 500mL2]
55 Avteklth. 1 b8, §715S & 9 23 AR Ade &, Rbvtaddo s Azt 45 3
get FRAAS L, AFRES SYNEZZEF/ANLAH 0] E=2/1)E& AH&3te] A7t AAI=nE 1T
2 GAst, & 75%=2 IFE(1)S 12.5g(41mmol) AT}

SHE-(1) 1.49g(4.9mmol)ell 30mLe] TlWlE<&EA =9l 20nLe] F5= oA EALS H7lele] &3

oA 12A17F mwketgith. dojxl whS-dle] 0TolA dEUolsES Hrte 5, A

= 3l AxEAT. dojd uAZ gEFEaEde/veas Egdo ey PAAso],

T& 9192 3EE(J)S 1.33g(4.4mmol) AAT}.
Ao

rlo

7 33E(]) 7.0g(23mmol) ¥} EHAFZAE 30.3g(220mmol) 9] EFHE] tlol€dFE]F 700mL ¥ d=Ek A=
SHE 11.4g(230mmol)S o] A& ks, o] &S 120TelA 2.541%F 7kl 9 wwkelgivk. A7) &5
200C2 7F4alr SFAS AAT &, 7] €98 I 257 2711 Wzhd wi7zpx] BASST. doj
T EFEN =& HUte AdE AAES FAS L st Axs8ltt. o] 1AE E22XF &

o] §HE EFNEZEZEF/ANHAEO|E=1/1)& A&t A7t ZFoll FHAIZTE. dolzl &AES w5
sty 7etsl AZRA7|, JFES Ao BE AQAASY, 58 6802 3FE(K)S 4.5g(16mmol) AT},

o
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[0126]

[0127]

[0128]

[0129]
[0130]

[0131]

SEE46 10-1112012

o5d, 2-AdIEd didle 2-(4-FF o2 d) YA U-HFAH D54 diild 4-FF R dE S
ALgEE o]9]= SHEE(C) Y HUS wHow %*é%)% ARERE ol9]= ol E AW A
W o g Al olelE ZA(L) 500mg(0.44mmol), A7) Holzl 00mg (1 O5mmol) 9 EYEFLE
4 2500000, 9Tano)#] EIEN Sl BFAE AL, Qo1 THEE A BAIAAN 30
} A}, 0401%] Hlg ol o e =7} AL |EZ ofZslgint. &4
A FRAAG F, AFES s BYAZETYY R §9) SEF/AN=2/18 G}

Sm, UEzedeMas sHsdezid Adddel, Fb st F4 HHE Lo
80mg(0 097mmol) AAT}.

ot
i)
i
=
N~—
wW

O

F

2~

=
=
T

N
1—‘ m&
Oln r
lo 1\] n‘.
o%
Ji
i)
E=)
)
R
oF
)
o
i)
sg
o

2 mlru fob

o [

I NMR: 7.85 (m, 3H), 7.58 (m, 9H), 7.22 (m, 3H), 7.0-6.6 (m, 11H), 5.67 (d, 1H), 5.16 (d, 1H), 2.71
(m, 4H). FAB-MS: 823 (M+). Ba®AA] Caled for CullaFoIrN;: C, 62.76; H, 4.16; N, 5.11. Found: C,

63.02; H, 4.09; N, 4.87.

Hlate] 1(c) a4 sheE(1-2(c)) ] ¥4
X

oH |

N

] K2C03

|
=z N/r /\©\/C
A /

F
M)

(1 -2(c))

olg]lsw FA(A) dalel olglw FA(L)E AL o]¢= o8\ A

 ZA (M) 300mg(0.42mmol ) TAHZAE 300mg(2.2mmol)o] EE

= 2 ¢ol= 300mg(2.0mmol)S © H7FSIATE. ©] E3&

23dES FEEEE AHg F, AAs FYetdA w55 = =,

Abgete] At AfaEetEaaR gAsta, YER2de/veE EgdoRHE AAAs ],
=

A 3HHE 1-2(¢)S 290mg(0.37mmol) AT},

' NMR: 7.83 (m, 38H), 7.59 (m, 11H), 7.22 (d, 2H), 6.96 (m, 9H), 6.58 (dd, 1H), 5.44 (d, 1H), 4.87 (d,
1H), 4.60 (s, 2H). FAB-MS: 825(M+). DA A] Caled for CpllpFIrN,0: C, 61.15; H, 3.91; N, 5.09.

Found: C, 61.00; H, 3.97; N, 5.44.
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SEE46 10-1112012

[0132] A 1(d): =g SHHE-1d)Y 734
\N/
| q
~
SN O
\Ir/ ~ + ¢ N O
1IN
| o N
N\ N N
| |
/N\
(N)
AgOTf
= N/\
/
(1-1(d))

[0133]

[0134] 2-ddd e tale] 4-(gugolr)-2-9 ¥ g W (4-H| EA H I E 22 Ao HYBEAANES A} EEla 2-B
Zrid gl 2-Bar-4-(fud) sz g e 435} ol9lE FE(0)9 A FUI Wylew S
ARESE o] 9= olgl\ ZA(A)9 A T Wz A ol2lF ZA(N) 500mg(0.40mmol), 7] Aoz
3}etE-(K) 170mg(0.85mmol) ¥ ETZF iifﬁ]%%%’ﬂ’o 210mg(0.82mmo1) 2] &3+E-o] 50mLe] EFdS H71st
g}, Aol EFES Ah BV A 3A7F BFIIEET. dojR wredS o Lyl ALtz Wzbg
w7hx] WA F Aelo|ER oyt SAE #UAd SHAAT F, IFES A AP Ia=eE Y
2 G NERZEE/NLAEH 0 E=1/1)S AMEste] AAsta, tEZZ2vg/di EdgdozRE A4
Ao, T8 1699 =T FEE 1-1(d)S 110mg(0. 13mmol) L T}.

[0135] W ONMR: 7.76 (m, 3H), 7.63 (m, 9H), 7.29 (m, 3H), 7.1-6.6 (m, 11H), 5.67 (d, 1H), 5.16 (d, 1H), 3.11
(s, 6H), 3.05 (s, 6H), 2.71 (m, 4H). FAB-MS: 8710M). 9AEAA Caled for CullulrNs: C, 64.80; H,
5.09; N, 8.04. Found: C, 65.26; H, 4.99; N, 8.15.

[0136] Hlalof 1(d): vl FFA 33HE(1-2(d) 9 4

~NT \N/
OH ]
NS
|
Ir + )\Wu |r
Z }\]/ \N/ I I y N/ \
A N N/ | N/
I I
©) (1-2(d))

[0137]

[0138] olg]F FA(A) tiAldl olglE HAN)E AFE3 o]9)&= olglF ZANE)e A T3 oz AT o)y
F AA0) 500mg(0.66mmol)S 3omLe] vlFEzulge] gsjagict.  olzlel WElmdRd Frejel=
100mg(0.96mmol1) 2] 5mL CIEFZZ e §aS AHalala, dojz EFES A2ox 1A7 wuksdch. ALsA,
SAE 2AYst SFAAGL, FAFES SN ERZEE/ALAH O E=1/1)S A&l AEtd A3a=

mtEa R AAsta, HaRzd/Ai Eede iy AAgste], $8 %2 TR FAE 12D
400mg(0.48mmol) AT}
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SEE46 10-1112012

[0139] I NMR: 7.85 (m, 3H), 7.58 (m, 9H), 7.22 (m, 3H), 7.00 (m, 6H), 6.15 (s, 1H), 5.55 (s, 1H), 3.11 (s,

)

61), 3.05 (s, 6H), 1.93 (s, 3H). FAB-NS: 825(M). H&%AA Caled for CyHyulrNiy: C, 59.69; H, 4.64;
N, 8.49. Found: C, 60.02; H, 4.59; N, 8.17.
[0140] Al 1(e): A shkE(1-1(e)) ] §4

1) Mg
2) Br"™"Br , LizCuCly

/\©\/ g /\©\/\/\
Cl -
Br
(P}

1) Mg =

Br
2) Q—@ . NiCh(dppp) Q

X

A N
) <

O

]

(1-1(e))
[0141]
[0142] nladlg 1.70g(70mmol) & sl AAEL7|E SHE wg&7)o €ar, o]Fdl 50mLe] THFE % 7FsF3ich.

ol A 4-ujdHAZEeto]= 10.0g(66mmol)e] 100mL Tl EoH 2 LHS oAzl AxA Hslatget. A3,

o] &dg ARoA 1A © uwHksk ThE,  ofo|zu2of A ZyshdA] oo 1,3-TIHE R 23
13.3g(66mmol) ¥ HEHEFZZE(IDA HF 0.6mmol2] 100mL THF &AS FHslaldry. A-2o)x 6A17F wwks
ARE AdES AREEstL, &AS A SHAAT. ARES FdstelX S/A
3182 (P)S 11.5g(48mmol) A ATH.

[0143] uldlE 0.25¢(10.3mmol) S HH3le] HAAEHVIZ F
2.01g(8.4mmol) 2] 10mL THF &8-& 30%o] ZAAA ZH&stgdrt. o] &N

o= =09 2 s o

H i
222 (1,2-9A2(HHd 2429 ) 223U A 100mg(0. 18mmol) 2] 10ml THF {AE As}elgr}. o ZIES

Aedd 1247 wwkd thg, ol 100Le BE AEhel, dgoldEolER #71ES FEedt. 1
o, gold g B W E3b NYFE Agstm, FAkFon Azsgld. $AF At FHRAAT
¥, AFES Y bl APAEEdNR §YN (A FREERDE gt GAsel, £E 5%
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[0144]

[0145]

[0146]

[0147]

[0148]

[0149]

SEE46 10-1112012

3}g5(Q) 0.5g(1.6mmol)S AT},

2-3d vl dfalell =05 AFEE ol9fe olglw AA(A)] A FdI WHow AT olglw AA
(R) 500mg(0.42mmol ), 17] Aol 3EE(Q) 280mg(0.89mmol) % EFZFQ Zoek&EAS 230mg(0.90mmol )
E3Eo 50mLe] EFdS Hlelnh ol EFES AL Be7IstelA 3AIRF SRTtdeink. doixl
a1 2&7h @%77}7(] g wzpA] A 5, Agte|ER ofisigivt. &AE Asket SRAAT F
Ae7hd AflazetEdgyz YN(ERRXE/A=3:1)S A&ste] AAlstal, TER if’ﬂE}/”ﬂ
Zotgdo g RE AAAG Y, & 92 T IJTE 1-1(e)S 40mg(0.046mmol) A AT},

01

' NMR: 7.85 (m, 3H), 7.7-6.6 (m, 23H), 5.67 (d, 1H), 5.17 (d, 1H), 3.89 (s, 3H), 3.81 (s, 3H), 2.57
(m, 4H), 1.64 (m, 4H). FAB-MS: 873 (M+). YAaRAA] Caled for CyllpIrNsO,: C, 64.66; H, 4.85; N, 4.81.
Found: C, 64.23; H, 4.91; N, 4.74.

Hlalof 1(e): vl FFA 33HE(1-2(e))9] T4

A
OH /|
N
I K2c03
I
/lN/’\N A@w 1
. /N/r\
0

()

(1-2(e))

olglF ZA(A) WAl o]zl AAR)E AHEE ole= olglw FA(E)Y A U3 iow JA4

ZHA1(S) 450mg(0.62mmol )9} EAFZE 300mg(2.2mmol) o] EFHEo 100mLe] olAES X71skar, ool 4-H]

AFZgol= 300mg(2.0mmol)S ©  AHUEIT. o EFRES AL EQVISIA 2443

Adad. dojz uke 2SS GUE R o3t T ol 7helaid e HE3Y

REEFS AMESIY AgrtA AfaEviEg a2 7<4Zﬂ ata, v FEZ e/
Fol, & 74%= vl =34 33E 1-2(e) 390mg(0.46mmol)S A AT},

[o ot o
m&kﬂi:&mri

o
ol

o T
2
u
o
o
ofo
i)

il

N

i

' NMR: 7.90 (m, 8H), 7.60 (m, 11H), 7.20 (d, 2H), 6.95 (m, 9H), 6.70 (dd, 1H), 5.41 (d, 1H), 4.95 (d,
1), 4.60 (s, 2H), 4.02 (s, 3H), 3.96 (s, 3H). FAB-MS: 847(M+). DA Caled for CylseIrNsOs: C,

62.39; H, 4.28; N, 4.96. Found: C, 62.54; H, 4.11; N, 5.06.
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[0150]

[0151]

[0152]

[0153]

[0154]

SEE46 10-1112012

AAlel 1(f): S84 se=-1(1)) e 94

KoCO4
Pd(PPhgz)4

(1-1(f)

4= HZA IS AT dAlel]l 3-HRRAGEANS AR o9 SRE(0) FAEI T UHow 94
2-(3-BrrAd)Id 3.0g(13mol) 2 4-v]dHAd A4t 2.0g(14mmol )S 30nLe] 1,2-t]H| S Aol gkl &3f
SGtt. olAd HEZI~(EIdEaA)BEE 152mg(0. 13mol) Z BAFEE 4.8¢(34mmol) 9] 20mL 84S
7betaL, o] L/ES Aa EH7IGtlA 323 ERvtdsialh. dold WS O 2t AR Wzhd
7HA A -, 1000Le] £ 100mLe] OﬂFJOMIEMEE' Azrstar, o E3HES Aeolaskla. fUlss &
rtavlge s Az §, fAS #AAst SFAASIE. AFes SHder FREXES AHSte] derha
A a=vtEada 2 FAste], £8& 7792 9E(T)S 2.5g(10mmol) A AT},

2-vdalEld gidled 2-(3-vlaAd) I Y 4-HEAH D54t giale] 3-vlAE 5SS AFES olE SIRHE

(C)/] 3“44,} =93} H]—m o ﬂ}ﬂa})g /\}-%Zﬂ- o]qb o]g].g zI—xﬂ(A),] 5“431} o)) Ho]'“é

F ZFAW) 700mg(0.51mmol), 7] dAH FFHE(T) 300mg(1 17mmol) 2 EEF

270mg(1.05mmol) o] &£8-5o] 70mLe EFAS A BES AL 275l A

Pk dojxl wkgds 1 2&vF AeA W 7‘% HH?JM HW?& 5, AgfolER O%Jro}ail:} %111

SHAAT T AFES fYdor ZEIY
3 S RFEH AdAst, & 82 THY ﬂug l—l(f)—% 70mg(0.077mm01) AT

wm lo

S oo oo

=,
o
N
N
=
2_!{
K
ne
i

1_,
i
mo _1
>
f’
E
> o
-
;ud
i
IR
fajt:)
W
il
_E,
Hﬂ
I
&
=)
fru
344
}5
o il
iy d
fru
fru

HONMR: 7.85 (m, 3 H), 7.7-6.6 (m, 33 H), 5.83 (d, 1 H), 5.31 (d, 1 H). FAB-MS: 909(M+). ¢1Z¥A1%]
Calcd for CasfssIrNs: C, 70.02; H, 4.21; N, 4.62. Found: C, 69.85; H, 4.26; N, 4.74.
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[0155]

[0156]
[0157]

[0158]

[0159]

[0160]
[0161]

SEE46 10-1112012

o] 1(f): ¥ S shtE(1-2(0)9 34

il

V) (1-2(M)

ozl AA(A) dalel olgFE FA(S A o]&= olgF AA(E)S FAI sde PHo

¥ FA®N)  500mg(0.6lmmol)S  30mLe] TIEZEZwgke]  &3EGitt.  o|zle]l HWEIAURY  FReo|=
100mg(0.96mmol) 2] 5mL T EFZ=Zu|et 08 AHatatar, AoA]l 1Az wukelgdt. AL, A4S 7gst
THAAS L, FFRES A7 AdIa=rEaYIR2 Y HN(FEREE/AHAEHC|E=9/1)& A&t 3
Astal, HEZ2vg/a Eggdo gy AAGstd, £& 792 T FEE 1-2(1)S 430mg(0.48mmol)
AATE.

i

'H NR: 7.80 (m, 3H), 7.6-6.6 (m, 33H), 6.15 (s, 1H), 5.55 (s, 1H), 1.93 (s, 3H). FAB-MS: 891 o). 9
A A Caled for CyHslrNyO.: C, 66.05; H, 4.07; N, 4.72. Found: C, 66.39; H, 3.94; N, 4.66.

Al 1(g): T84 = -1(g) e ¥4

@ K>CO3 aq. O
Pd(PPhz)4
7\ + (HO),B —_—
Ja om0
)
NaBH4
7\
=N OH

SUealet e

] N

7
N\||r< z:>|lr\ R H _ ATt /:l\:\
= 0
& 0 @ J
(J

(AA) (1-1(9))

1-F220]42F=d 5.00g(33mmol), oFHEIAILE LA 5.50g(34mmol) B HEZHI|A(EALEA)ZEE
350mg(0.30mmol )& 50mLe] 1,2-tjH|EA]oEte]l &3)slar, o)A eAFZF 12.3g(89mmol )] 50ml F8&HE A
7belith. 1 T, o] EFHE Ha E7IstelA 3A7E SFrEE Y. Qo whe S O =T 2714
Wb wjzhA] Bk givk. o] 3ol 100mLe] E3 100mLe] olEolAlHlolEE Hrletal, a1 EFES

o f71E5E Atadle s dxd &, SAE st SHAAGAE. AFES SYN(EEEELE/AEo}

O
ME0]E=19/1)S ALg3le] Agstd AHgzueEaddz GAse, £ 89%= EFE(Y)S 7.252(29mmol )
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[0163]

[0164]

[0165]

[0166]
[0167]

[0168]

[0169]

SEE46 10-1112012

e

32

o
ariien

- 4r m

FE(Y) 5.03g(20mmol)S 50mLe] el L3lsla, oA HEgs=z2EAIEF 1.13g(30mmol )
Oi A7veta, o 4ozl EFES A-2olA A1 wukeks dojzl ghg-olof 30mLe] %v% A 7tgk
Z. 3|

sEeT. AT = gz

fo Q@
o

o
E9
ol

2
ol

(L o
o o
i )
ro

2rygd dgAale 1-F2 20|42 FEdS ALE3 o9+ olglE FA(G) e SR 5L w2
lﬂg LA (AL) 610mg(0 41mmol), 7] Aolx 33HE(7) 220mg(0.88mmol) ¥ EFZFQ 2vel
EAbL 210mg(0 82mmol) ] EFHEo] s0mLe] EFME HIFsISATh. o] Aozl EFES i 97|t A 34
SRrrdsinh. Aozl kg NS o &b A7k WzhE b A gk §, Algto]ER ot &
& stel SRAATS &, ARES &Edo= %iiﬁé%% Abgate] Aeigba AfazntEadgds A
3laL, E]%iiﬂﬂﬂ/ﬂﬂ Bl Zatgolo A3k, 78 2192 TH4 FE 1-1(g)S 160mg(0.17mmol)

(o]

2 ri My o L by a2

H ONMR: 9.8-6.9 (m, 28H), 5.61 (d, 1), 5.25 (d, 1H), 1.05 (s, 18H). FAB-MS: 943(M). 92342 Calcd
for CsllusIrN;: C, 70.04; H, 5.13; N, 4.46. Found: C, 69.77; H, 5.26; N, 4.71.

Hlare] 1(g): vl T84 3= (1-2(g))9 44

sUealy
X SN N

I/N\Ir/CI\I}r O AgOTf O T O
I'EI r\\cr/'\\ . + {u\ OH _— P

(AA)

(1-2(g))

3 "pxloz TAE

-2 2RI giile 1-S22o|AFEdS AMES ol9de FFEDY FAEAYHA F =3
3} (AB) 160mg(0.72mmol), ©]2]H ZrAI(AA) 505mg(0.34mmol) 2 EgZF o 2wekFEAFS 180mg(0.70mmo
o Edt=ol 50mLe] EF<QlS HIbstal, L ol TFES AL EHTIEtA 3A7F SRTtdElth. o
SHNE 1 REV} N—Mi WzpsAA WA &, AdjolER oH3stal, &AE stst FHAAGA.
AFES A2 AFa2nEadd2 e NEFZEEE/dEolAE 0] E=9/1)& AL&3te] AAlsta, tE=
3 & Eggdog e AAAS Y, =& 1092 olglF A (AC)E 66mg(0.071mmol

e
32
g

mE
ot
O
iy
fu
k)
o

Adojx olg]F ZA(AC) 65mg(0.070mmol ) 10mLe] TEFZ 2w elel] &3)al3ir}t. oA HElA
= 20mg(0.19mmol) <] 5ml TESZ2Het §NS Adleta, 1 dojxl §AqS H-oA A1 'ﬂio}ait} ZEC]
A, SAE Adst FFRAAS A, JFRES A7 AYaRviEadu R (SRR X E/ o AH o E
=0/1)& Abg3ste] AAsta, fEEade/dk EFgAoTHE AAAs Y, & 192 TFE 5= 1-
2(g)5 50mg(0.050mmol )S AT},

'H MVR: 9.8-6.9 (m, 27H), 6.20 (s, 1H), 5.49 (s, 1H), 1.95 (s, 3H), 1.09 (s, 9H), 1.07 (s, 9H). FAB-
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[0171]

[0172]

[0173]

SEE46 10-1112012

MS: IOOI(M) D24 A Caled for CylsolrNs0y: C, 68.38; H, 5.03; N, 4.20. Found: C, 68.51; H, 5.00; N,
4.04.

AAel 1(h): T4 = 1-1(h) e 94

2-(4-tert-5GoA D) F A Ao 3-(d-tert-F g d)o] a7 ER(2- LRI i) 3-FR2o| 4w
S AR o9 2-(d-tert-F-E¥ld) T de A FL PPor S AE3 o9 olElF A
(9 Az EAd Aoz s ola]lF 2 (AD) 583mg(0.39mmol), 3EE(K) 225mg(0.7%mmol)
EYEFo R eEEte 200mg(0.78mol) o] EFEo] somLe] EFAE Hrbsha, 1 doj EPES Ah ¥
A718kel A 3AZE SF7FdEdTh. Aol Hke S 1 2EvF Ao YZshEA WAg F Adglo]ER o
ek, S48 Bdsl SRAAS T, 25 —3— A7t AYaReEadvsE gedor FRILIEFS A}
g3te] AAS, HIFRadel/vas EFEdoriy AAAS Y, & 1R FTIH FFE 1S
138mg(0. 13mmol) L AT}

)

'H MIR: 8.9-6.8 (m, 32H), 5.75 (d, 1H), 5.33 (d, 1H), 2.75 (m, 4H), 1.08 (s, 9H), 1.06 (s, 9H). FAB-
MS: 1047(M+). HAaEA A Caled for CasllssIrNs: C, 72.25; H, 5.39; N, 4.01. Found: C, 72.08; H, 5.46; N,
4.33.
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[0174]

[0175]
[0176]

[0177]

[0178]

[0179]

SEE46 10-1112012

Hlae] 1(h): ¥ S stE(1-2(h)9 34

e

A
2 K2CO3
+ ——
cl
(AE) (1-2(h))

olg]lsw FA(A) dalddl olglw HA(AD)E A& o]¢= olg]w HAAN(E)Y FAWHYL 593 WA= FAs
olglF ZA|(AE) 111lmg(0.13mmol)¥} EMAFZ-HE 200mg(l.3mmol)e] E3FEe)] 15mLe] ofMEL H7lstgdrh. wdl,
oA 4-vldWlAFEZe}o]l= 200mg(1l.4mmol)S U H7}slar, 7 EFES AL B97EA 24070 SF771Y
ST, Aol vk E3ES FEIEHE odst & oAS 7Agst w5, 2 2

ol

o

=
2
EREES AMEEY] AAStL, YZFREdE/ax E3tgdoz Ry AAAHs
FE 1-2(h)S 85mg(0.085mmol)S LT,

lu

nfEeEE gedon
TE 65%= ¥ FH3 3t

o

I NIR: 8.9-6.8 (m, 32H), 5.52 (d, 1H), 5.03 (d, 1H), 4.37 (s, 2H), 1.09 (s, 9H), 1.06 (s, 9H). FAB-

)

MS: 1001(M). 14%AA Caled for CaHsIrNO: C, 69.57: H, 5.44; N, 4.20. Found: C, 69.39: H, 5.51; N,
4.34.
Al 2(a)~(h) B wlate] 2(a)~(h): SR olzlw AAle 94 sE(N) % (X9 5o 34

DA &7l AAd 1 = v 14 A% FFAE olglwm HAA(EAIY 1-1(a)~1-1(h), Hluld 1-2(a)~1-
2(h)) 80mg, THA SHFEW) 460mg 2 THAH SFFEX) 460mgs L, olzlel] Az EFF<l 9.9l H7tet
Art. o] Aol V-601(Wako Pure Chemical Industries, Ltd. A¥)¢] 0.1M EFd & 198uE H7}star, do

S0& eA-27IAE 53] A, 7] 715 Hest DHAEAL, 1 &S 60T 6041k kel
JFSS, HES NS olAlE 500mLel H3ele] HHES AT o] HAES EFdd-olE &2 A
AS 23] REESte] A &, 50CHA WAl A3Azste, 545 FFFA (LA 2-1(a)~2-1(h), H] L«
-2(a)~2-2(h))& Ak, ¥ 1o &, FZ=EHA Y PCEHAC o SHE FTEHF EAF0Mw), 2

=
13 - = - -
ICP 424 3 C-NR 57 A3l o) S4d 2t a5dAe 24 59 S Yepdo.

o
o

o oY
Jus)

N}
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[0180]

[0181]
[0182]

[0183]

SEE46 10-1112012

)
3 1
Eam
OlZIE &H| IZEM | T2 Mw e |

(%) [(X10%) |ol2IS&w|| SHEE stets

(W) (X)

AAI0 2(a) | 1-1(a) 2—1@) | 78 42 75 46.1 46.4
HIZO 2@@) | 45, 2-2(a) | 79 5.1 7.3 463 46.4
A0 2(b) | 1—1(b) 2—1b) | 75 45 76 463 46.1
HIRO 2(b) | 4 o) 2-2(b) | 79 48 74 466 46.0
AAI2(c) | 1—1(c) 2-100) | 77 | 64 7.4 461 465
HIZA2(0) | 5 2-2(c) | 80 5.5 7.3 46.4 463
AAI0 2(d) | 1—1(d) 2—1(d) | 79 3.9 76 62| 462
HIO 2(d) | 4_p(q) 2-2d) | 77 6.1 75 462 46.3
A0 2(e) | 1—1(e) 2—1(e) | 78 5.0 75 466 45.9
HIZO 2(e) | 4o 2-26e) | 76 47 7.6 463 46.1
Aol 2(h) | 1—1) 210 | 8o 48 7.3 46.4 463
HIZOL2() | 1 p(p 2o | 79 5.1 7.4 46.4 462
Ao 2(9) | 1—1(9) 2—1(g) 76 5.5 7.3 46.3 46.4
HIO 20 | o) 2-29) | 79 6.1 7.4 46.1 465
sA0 20 [1-1() | 2-1m) | 79 47 75 463 462
HIO 2(0) | 4 _oh 2-20) | 70 6.0 75 465 46.0

o,

o] H7}

7] EFAR(AA ] 3-1(a)~3-1(h), Bl 3-2(a)~3-2(h))E 7]F2 dWe|| o=z SHY FAJoz 3
A Z 4mme 2719 110 A=L H-G3 25mm 2FH o] S 7]3¢ 1T0(AFE¢ &

o

AAlel 3(a)~(h) 2 Blate] 3(a)~(h): F7] WFiate] Ax 9 EL &

N
o
)
iz
N
s
=
ke
ko)
o
5]
D
@]
=1
o
@]
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Co., Ltd. AF)& AH&ste] Az, Ao, A7) IT0Z BA3 7139 IT0 ot Aol 2 (3,4-o1E
OSSN El o 9)-Z 8] ~E| el & E o] E(BAYTRON P(A¥%9), Bayer Co. AF)S 2BIYPoz 3 W4 3500rpm,
SXAZE 40%0] ZsA Rxeh $, JF3ARAFA A HSEEE 60T 2A3F dFEte], ot WIFTE
FAgstoltr., dojzl o= WHF e wFEAE <F S0mmo| k. thael, *‘A] o 2-1(a)~2-1(h) % H|ud 2-

2(a)~2-2(h)olA A3 2749 nEA FFA4E 90mgS 2,910mg Zal(E5F, Wako Pure Chemical
S 78327 0.2¢me] %_’Ei—% FIAA EELNS AT

Industries, Ltd. Aol &aata, dojxl &qS&
thell, Az EXEHE ot WHZF Aol 2AIYPOR 3G 3,000rpm, FEEAIZF 30390 F 713l A
Lxska, AR(25T)elA 303t Axste, WEFTS Ak, Aozl o] A= °F 100nme] Atk
a2 g, WEFol L ol #FAE e VwE FAEAU AAsta, ZEd ¢FvES % 11102 ¥
Faste], & 3me F5H Ao 279 MNAEE ot Ho|gdkd tiste] Hc}%kgi PAA3ITE. 4o
2 AAhso] wEAE F 50mmel k. wpAHO R of2 F9V|stelA el it FEMMIA) S F
Zske] | dmm(ZA o)) X3mm(ZF) 9] F7] THAXE 4] A2l vE. Advantest Corporation A|E¢] T Zadrt53l
A8t/ AEY TRE143S AM&ste] A7 7] 2 }] S QI7tete] wFAI7II, 1 3 EE Topeon
Corporation A9 ¥ %=A BM-8& AMg-3te] A3}, ozl Hd gFdAas, e, 4 =VJP=

2 100cd/molg L B Ao AGAF 97bAe F= wvle] e ® 20 et

I-

*x 2
AR HS IEx} E|CH Eh 3= 3 HIZb|
LB | omoux =g

(%) (cd/m?) (h)
A6l 3(a)| 3—1(a) | 2—1(a) 7.6 72000 2200
HIZO| 3(a) | 3—2(a) | 2—2(a) 4.1 31000 500
MAlGl 3(b) | 3—1(b) | 2—1(b) 8.9 88000 4500
HIZO 3(b) | 3—2(b) | 2—2(b) 3.9 40000 600
M3 (c) | 3—1(e) | 2—1(e) 4.7 59000 1300
HIZO| 3(c) | 3—2(c) | 2—2(c) 1.4 16000 200
A 3(d) | 3—1(d) | 2—1(d) 5.0 46000 1900
HIZO| 3(d) | 3—2(d) | 2—2(d) 1.9 21000 200
HAIG 3(e) | 3—1(e) | 2—1(e) 4.5 39000 1100
HIZo| 3(e)| 3—2(e) | 2—2(e) 2.1 14000 100
A0 3(£) | 3—1(f) | 2—1(f) 6.2 65000 3300
HIRO| 3(£) | 3—2(£) | 2—2(f) 3.0 20000 500
&6l 3(g) | 3—1(g) | 2—1(qg) 5.9 22000 1700
HIZO 3(q) | 3—2(g) | 2—2(g) 1.6 7000 200
AAl0fl 3(h) | 3—1(h) 2—1(h) 4.8 46000 1100
HlZo 3(h) | 3—2(h) | 2=2(h) 2.0 11000 200

[0184]
[0185] ¥ 225E, 34 X377} Bs5savtoz o]Folz o

(A6 2(a)~(h) & A&
29748 Faeks oldF A4
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s=s3
|3 =S Yeple.

=

[e)

&

L

o

F9IF o] & T

Hl ol AR ald] 3(a)~(h))$} ¥la

A

[0186]

Hlo] wrEs e,

O

ol

[0080]

b

o
—

1 (£

1]
d
N
O
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