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mil e %k 9 mild FAR A9, Astd ZEIFY FHES WV 5340 3 A7t g2 F2ty o]
q

sk SAE.

w ool e FAE UTY 2 $5E $9)

-
A

epie

ot
o

B a9 FEe v FAE gonl, & A7) gl EE B GRS 2

(371 g A, Gy, G, Gy, G 2 GE SHYSE 1 UIA 8719 wha YAk ol AY e 6 2 G B
Gy 2 G S dAewgAgl).

Fol olWlL & B S uE EF A5,004,77035, A|5,204,4733, A|5,096,9503% , A|5,300,54435, A|5,112,890
3, A5,124,378%., A|5,145,8033., A|5,216,15635, A15,844,026%, A15,980,7833, A16,046,3043., A

6,117,995%, #6,271,377%, #16,297,299%, #16,392,0415., #16,376,5845 2 A16,472,45600 /M= o} Qict.
o5 53]9 #d Veuse 2 Fx= ¥3d.

A7) 4y mE E3F) A6,271,3773, #6,392,0413 2 A)6,376,5845 = FC|E 3| E2A G Aol QA SHA|
& A g

AHg ol olWl F A shAle] ARE FUE E F Ak

(1) 1-AZ29H5A]-2,2,6,6-H E b D -4- el ul) 2 o] w9 ] 2] |

(2) ¥122(2,2,6,6-H EHE A g d-4-A) AupA]E

(3) Ml=(1-obA5A1-2,2,6,6-H Etd I A2 d-4-) AutAo|E

(4) ¥2(1,2,2,6,6-dEtHE-4-) AuA o] E

(5) HIA(1-NFR2EAEA-2,2,6,6-H| Eetd g2 d-4-d) AvpF o=

(6) H=(1-5E%A-2,2,6,6-HEgWME A2 d-4-9) ARMAC)|E

(7) Bl2=(1-0Fd-2,2,6,6-H EgtHE 9 # 2] d-4-) AnA o] E

(8) ®=(1,2,2,6,6-AetH|E-4-9] 72 d) n-5E-3,5-t-tert-FE-4-3| =AMl A LR o] E

(9) 2 4-HA[(A-A 2232 5A-2,2,6,6-H E2tv ) o 2] -4-) P> o}r] 1 | -6-(2- 8] =5 Al o D of 1] b5 -E
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[0164]
[0165]
[0166]
[0167]
[0168]
[0169]
[0170]

[0171]

[0172]
[0173]
[0174]
[0175]
[0176]
[0177]
[0178]
[0179]
[0180]
[0181]
[0182]
[0183]
[0184]
[0185]
[0186]
[0187]

[0188]

[0189]

[0190]

[0191]

[0192]

[0193]

[0194]

SE506l 10-2214663

Zlopxl,

(10) H2=(1-A1 222D SA-2 2 6,6-H ESHE ] Hed-4-2) olt]H|o]E

(1D 2,4-W2=[(1-A 223D 5A]-2,2,6,6-7] 7 2 D-4-9) F-Eopv] = |-6-F R &2 -s-E o}zl
(12) 1-(2-3| EFA-2-HE L2 Z A )-4-3| =FA]-2,2,6,6-H Egtv Dy d 2],

(13) 1-(2-3| =5 A 2-mE X2 ZA])-4-54-2,2,6,6-E| Eete & 7] o] 2] o,

(14) 1-(2-3| = A]-2-W & L 2 Z 1) )-4-S B} 7= D222, 2,6, 6-H Etv e v H 2 d

(15) M2 (1-(2-3| =FA2-mE X2 %) )-2,2 6,6-H Egtv | d 2] d-4-) Aul7Ao]E

(16) ¥ &=(1-(2-3| =FA|-2-H P 22 2 A))-2,2,6,6-E| EgtHE o #d| g d-4-¢) oft]Ho]E

(A7) 2,4-H] 2 (N-[1-(2-3| 22 A -2- | W R EA])-2,2,6,6-F] E bl 93 9 2] 9-4- | -N-3-Fo}r] 12 }-6-(2-3] =
Z Aol gopr]1)-s-E 2o},

(18) 4-#1xU-2,2,6,6-cHlEHdy]seld,

(19) ¥-(1,2,2,6,6-setv e g H 2] d-4-) p-wSA A AE2Y o] E

(20) 4-=HobE2A]-2,2,6,6-H EtWEdHed,

(21) H]2=(1-595A]-2,2,6,6-H EgvE g d2ld) SAUoE

(22) 1,2,2,6,6-FEp D -4-o}n| =] 2,

(23) 2--u1%d-7,7,9,9- | Bt P -1-A}-3, 8-T] o} A -4-& A== 0] 2[4, 5] WL,

(24) E¥](2,2,6,6-HESHE4-v ) YELZEg ol e o] E

(25) Eg]=(2-3=FA-3-(otv] =-(2,2,6,6-HEGHE g gd-4-d) Ted) HEHREZ oM H | E
(26) BIEE}7]2~(2,2,6,6-HEHE-4-9 52 d)-1,2,3 4-Fe-HEgFt2 5 Ao E
(27) HEZ7]2(1,2,2,6,6-AeprE-4-9] 9 2] 2)-1,2,3 4-F-B-H Et2 54 g o] E
(28) 1,1'-(1,2-°&b])-1]12(3,3,5,5-H Egtv| & o #f| 2} | =

(29) 3-n-=9-7,7,9,9-el Eetiel-1,3 8-Eg|o}xp A0 2[4, 5] U] -2, 4-T] &

(30) 8-oprlg-3-%=u|2-7,7,9,9-El Eetrel-1,3 8-E g o} R} A0 2[4, 5] U] H-2, 4-T] &
(31) 3-=d4-1-(2,2,6,6-E| EgtvE-4-T# 2l D) 9 E2jd-2,5-1] &

(32) 3-=ulA-1-(1,2,2,6,6-g et & -4-T] A 2] ) 9] 2] d-2,5-H] &

(33) NN'-H|2=-FZ29-N N'-H]2(2,2,6,6-EH| Egtv| g -4-T g 2| d ) A D Al ] o} 1l |

(34) 2, 4-0A[(1-NZF2IAEA]-2,2,6,6-H g d-4-L ) Feoln = ]-6-F 2 2-s-Eg] o}zl 1} N N'-H] 2 (3-0}n]|
wxzg)ogc]olyl)e] vkg A

ox, U

=]
=,

S

(35) 1-(2-3]=FAo9)-2,2,6,6-H Ectd-4-s| =5 A 9| g d 2 A4k He=,

o

(36) N,N'-H|~(2,2,6,6-E|EgtHE—4-T | d)-Ax e Ar)oll 2 4-tert-SHolv| -2, 6-T|FZ=E-1,3,5-
Egolxle] A48 e AlEY F3=,

(37) NN'-H]2=(2,2,6,6-€H E&}v| € -4-
Efolxle] A3 i AZFE &IE

.

v d)-FAatrE iopnl B 4-AFRE Lot -2 6-H IR R2-1,3,5-

(38) N,N'-H]~=-(2,2,6,6-H EgtrE-4-9 H g d)-gArle|d @lc]olr] F
olzle] MY w= AFE =3IE,

0
1
tr
e
)
tr

-2,6-tE22-1,3,5-E¢

(39) N,N'-H]~=-(1,2,2,6,6-%
olxle] AW mE AFE FqE,

rg
huj
=)
E
,4;
L
9
Ak
v}
g
>
=
i
=
v
S
=)
g,
i3
td
b
it
ik
b

-2,6-tE22-1,3,5-E¢]

(40) 2-222-4,6-H|2(4n-F-Holn|=-2 2, 6,6-E|EStHE 2 d)-1,3,5-E&o}x & 1,2-H] A= (3-0}0] =3
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[0195]

[0196]

[0197]

[0198]

[0199]

[0200]

[0201]

[0202]

[0203]

[0204]

S=506 10-2214663

2ot ghe] FghE,

(41) 2-FEZ-4,6-0]-(4n-F-Fo}v]2-1,2,2,6,6- e B3] 2] ©)-1,3,5-Eefobxd R 1,2-w] 2~ (3-0}v] e
2ol ) ko] 53,

fin)

(42) 7,7,9,9-HEgtHE-2-AZ 2%

[e)
= AE,

10-1-941-3,8-Flob4-4-S 229 2 (4,512 3 o n)F RS =le]

(43) Zg[vE,(3-2A-(2,2,6,6~HEgtEydg|d-4-L)x23)] AZFA CAS#182635-99-0,
(44) HH2F FFE-CyCp a-SdA-FZTA 9 2,2,6,6-HESHE-4-oln| =] df 2] 15 AHE,

(45) 2-2ERE-4 6-H2 (T Rdoln|n)-s-Egjoprl o Tu-71ge 2 4-tJF22-6-[(2,2,6,6-HEzH L] 7
Zd-4-) o) ie]-s-Eglobzl Bl 4 4'-sApe ] 2 (ob) =-2,2,6,6-H EStE g A g)d) o] £3 AAAE
sy shEE,

(46) 2-FRZ-4,6-H (T REoln|in)-s-Edopo g wu-qgd 2 4-t]222-6-[(1,2,2,6,6-Heb D3] 7
d-4-d)F ot ]-s-Egotzl B 44—l A (obn]=-1,2 2 6, 6-HEHHE T H )9 =3 PAE
sy shEE,

(47) 2-222-4,6-¥] A (t)FHo| ) -s-Egol o2 dek-PHd 2, 4-UF22-6-[(1-ZEZZA]-2,2,6,6-HE
g e ad g d-4-d ) F-dolu| = [-s-Egjolx] W 4 4'-FAw| N 2 (03] ie-1-E 2 EA]-2,2,6,6-H EgtH 2 ¥
Ao F§ AL EQ] Y SHE,

(48) 2-F2Z-4,6-¥2(HYF-Holnn)-s-Egjolzxl o7 -1y 2 4-UF22-6-[(1-o}2%A]-2,2,6,6-HE
g e ad g d-4-d) F-dolu| = [-s-Egjolx] W 4 4'-FAtu|H] 2 (o} 1] ie-1-0o} A L A]-2,2,6,6-H EgtH 2 ¥
Ao F§F YHES Y stE ¢

(49) 1,2-B]2 (3ol =X 2 Holn| ) o ghS Alopr2il FR2elo]me) HESAlA AL AAYES (2,2,6,6-EHEZ
e d-4-d) Feoltl a7 vhAA & AHE.
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[0205] ojl A
©)
(8)
9)
[0206]

CH, CH,
H,C (|) CH,
Il
H,,C,O0—N 0—C—(CH,);7—C—0 N—OC,H,,
H,C CH,
CH, CH,
(CH,).C s
3’3 n-%Hg 0 CH,
HO (|_:|— C —J-l— 0 N—CH,
z CH,
(CH,),C
CH,
— —2
I—j\l\—CHZCHon
N IN
n-C,H; N l\N | N—n-C H,
H,C CH, H,C CH,
ne o Noen, ne” N e
3 | 3 3 | 3
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omn
J
Jm
Qﬂ

H,C CH,

H,C
o CH,
o) N—CH,
CH
H,C °
(19) CH,0 O (|_3| —
H.C
¥\ CH,
o) N— CH,
0 CH,
H,C
0
NH
(23) HN
0
HC CHs
(25) NR” NR NH

-
Ve

CH,
OH H,C

[0207]
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(26)

(28)

(29)

(31)

(33)

[0208]

HC  CHs

NH

H.C

0
HN NCSH17
N o
o
C12H25
HN N
O
£ 8
N (CH,)s N1
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CH,

omn

10-2214663



R=
NN
| | A
(34) HN\/\/N\/\N/\/\NH Ho—N" N 'N—C,H,
|
L 7(\)(
N N
/ \
o O
0]
0] N
0
n
— \ —_
1 N—(CH,); N I \l
N —~N
(36) \\r/
N-H
N N
| I
H H

[0209]
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10-2214663

s==4

N

N—(CH,);

(38)

(41)

(42)

[0210]
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10-2214663

s==4

ZT

(43)

(44)

(CHy)s

(45)

[0211]
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[0212]

[0213]

[0214]

[0215]

[0216]

S=506l 10-2214663

R'——Il\l (CHZ)Z—T M \l N—C,H,

(CH,), (CH,), N\f“

NHR NHR N Cﬁt
N
H

(49)
N
L H _In
9714 R =R B H )\
N7 N

o 7]4 R"=

Iz
Iz

o B 29 wigeE Fol 22 2" A4 L&
TERS] Fom rE= Aol olmen; B Y A uPR FHE VIR sto] d8 =¥ ¢k 0.1 W
Aok 10 T S W ¢k 0.2 WA F 8 T%%: nheA A= °F 0.5 WA °F 3 Tboltt

F7H ANH F FFAL e SCBANINREolE, HTBA A d-s-Eefobdl, WA=, WEe] of
sdz, ofaddelE, wRyeolE % SAvj=RRy Hudn. g Eu:

n= 53 W3E 3,004,896; 3,055,896; 3,072,585; 3,074,910; 3,189,615; 3,218,332; 3,230,194; 4,127,586;
4,226,763; 4,275,004; 4,278,589; 4,315,848; 4,347,180; 4,383,863; 4,675,352; 4,681,905, 4,853,471;
5,268,450; 5,278,314; 5,280,124; 5,319,091; 5,410,071; 5,436,349; 5,516,914; 5,554,760; 5,563,242;
5,574,166; 5,607,987, 5,977,219 2 6,166,218%] 7HAlE wie} e Fx 9] Al#FQl | =FAHL-2-HMERE
globE, oAl 2-(2-3|=FA-5-vEdd)2i-tlzEolE, 2-(3,5-H-t-FE-2-3s| EFA ¥ d)-2i-Hl = E o}
E, 223 EFA- - E) 2R ERobE, 2-(2-3| =R A5 t-S - )2 ERolE, S-FRE-
2-(3,5-t]-t-Fd-2-3| EFA| A )20 ETo}E, 5-FRE-2-(3-t-FE-2-3| =FA-5-w e d)-2H- = E
globE, 2-(3-sec—HE-5-t--E-2-3| EEA M) 2R EL|obE, 2-(2-3| EEAA4-SE A ) 2- M2 E
globE, 2-(3,5-t-t-opd-2-3| EFA M E)2-HlE ER|obE, 2-(3,5-H] - a-F R -2-3| EF AN E)2l-Hl 2 E
globE,  2-(C-t-HE-2-8| EHA-5-(2-(0 -3 EFA-SE- (25 ) 72 d o ') -vd ) 2i-Hl 2 E g ofE
2-(3-dd-2-3 =5 -5-w g d ) 2i-Hl 2 EgfobE,  2-(3-t-FE-2-3| E5A-5-(2-SE 5 A7 2 R d ) o D 9]
D-2i-flzEolE:, RHAE 2-(2-3|ES5A--H R )2 ELobE, 2-(3-t-FE-2-3| E5A5-(2-%
d&Azta R dod) s d)-5-F R 2-2- R E ol 2-(3-tert-FE-5-(2-(2-NE AL KA -FF2H del & )-2-
S EEA T )-5-FREZ2- R EoLE, 2-(3-t-FE-2-3 =EFA-5-(2-HEA T 2R d) A d)-5-F 2 =2
i-MlzEobE, 2-(G-t-FE-2-3| EFA-5-(2-F S5 A 7FE R o &) vl d ) 2H- M= Eg|obE, 2-(3-t-F-E-5-(2-
C-og S 7t R ") 2-8| EF A ) 2R EL|obE,  2-(3-t-FE-2-3| EFA-5-(2-0| 5 E 54
Zherdod)dAd-2-EobE, 2,2 -MEin A(4-t-FE-(6-20-Hl = Eg|otE-2-)¥x), 2-(2-3| =54
“3-a TSt SEAE) 2R ERobE, 2-(2-3] =5 A3~ t-5 -5 a - TR ) 2-H R ERokE, 555
L 2-2-(2-3| 55 A-3,5-1 - a - )2l-Hl 2 EolE, 5-FRE-2-(2-3 5FA]-3,5-U- a-FE )20
ZEZoLE, 5-FRE-2-(2-3 55 A3~ a -5 t-F - E) 2R B obE, 2-(3-t-F"-2-8 =5 A -5-(2-
o|ASHEATIERE A E) A D)-5-F RE2- MR ERoLE,  5-EIFRRME-2-(2-3]=5A-3- -F-5-
t-SEdd)2i-HlzEolE, S-EEFREME-2-(2-3 =5 -5-t-SE )2 xEetE, S-EET
L2 E-2-(2-3 =5 A]-3, 5-H-t-S A d)2H-HlxEokE, wE 3-(-EEFez-vd-2i-HlxEeokE-
2-A)-5-t-FEA-S| EFA S ERAYHoE | 5-R e d-2-(2-8 EFHA-3- a - T E-5-t-SE A ) 2i-i 2 E

_32_



[0217]

[0218]

[0219]

[0220]

[0221]

[0222]

[0223]

golL, H-EEFEAE-2-(2-3|EFA-3- o -FE-5-t-F A d)2-HREZo}E, 5-EEF
(2-3| =5 A]-3,5-H-t-FE i d)2l-HREgolE, 5-EETFL2WE-2-(2-3|=FA]-3,5-1]-a-F

Wz E ol 5—-*%% Ed-2-(2-8 =5 A-3, 5t~ t- R )22 EL ol E D 5-dEEd-2-(2-8 =5
Al-3,5-H-t-Fdud)-2H-H 2 E|o}&,

2-3| =AM =, dE EW 4-3EFA, 4WEA, 4-5E85A], 402, 4-EUASA], 4-9ESA]
4,2' 4'-EFSEFA B 23 E5A4 4 -HAEA] F A

gty 2 B xS WAl AHE, dF 59 4-tert-FEIHY Aol E, Fd AgdygolE, £Hy
g gAY olE, tgilxd #HREAE, H2AU-tert-FEHIZY) #HREAE, #Hxd YxEAE, 2,4-7-
tert-F-2ud 3 5-U-tert-F8-4-s|EZ AWl Zofo]|E | &ALH]A 3 5-U-tert-5E-4-3] == A ¥l % o] 0]

4-
Beld 3,5-T-tert-F8-4-3| =F Ao o] B, 2-W&-4,6-T)-tert-FL5d 3,5-T-tert-Fd-4-3| =5l
Zo ol E

olagolE B TRYOE, oF 50 a-Aloke-(, B-Tsldola Ul oY daEE EE o]hSY

2, a-Zl2RHEA A WY a2, a-Aobe-BoEop-H SA A WY o aH 2 EE B o
B2, a-7F2 R EA-p-w| SA-21giE W o ~HZ | N-(B-FFE2RHEA-B-Alotwmn]d)-2-HE-¢1EH | A
TR EZ(SANDUVOR) PR25, Ylwlg p-wEA A a2 uo]E  (CASH 7443-25-6) 2 AFHE PR31, Y-
(1,2,2,6,6-dAetm e g A2l d-4-) p-vSAwldgRd = o] E (CAS #147783-69-5).

A=, dE EW 44-0SYSASAEYE, 2,2 -l SASA S, 2,2'-0 S B SA-5,5'-E-tert-+-
AP E, 2,2 TR 88455 T tert-FBA =, 2-o %42 -0l A}aac, NN'-H] 2 (3-E] v g

P LB SAP) =, 2o BA-G-tert- -2 - BAPDE = R 9] 20| Al -2' - ©-5,4' ) ~tert- - H A}
delsste] ERE, o- R prlBA-oAFY A= EFE R o- R p-olSA-o|ABH LA s

==

do

Eg|a-old-o-dEZAlHd-s-EZol, d& EW W= 53 ®WE 3,843,371; 4,619,956; 4,740,542;
5,096,489; 5,106,891; 5,298,067; 5,300,414; 5,354,794; 5,461,151; 5,476,937; 5,489,503; 5,543,518;
5,556,973; 5,597,854; 5,681,955; 5,726,309; 5,736,597; 5,942,626; 5,959,008; 5,998,116; 6,013,704;
6,060,543; 6,242,598 % 6,255,483 /WAl wle} e Al Fol I =EAHL-s-EZold 2 Egjolx | oE
S 4,6-H12-(2,4-0Wd ) -2-(2-3| EEFA-4-SE S A )-s-Eg|o}x] |, 4,6-H]2=-(2,4-T | E ¥ d)-2-
(2,4-93 =22 A Fd)-s-Eg o} | 2,4-H]2(2,4-U3) 22X H L) -6-(4-FEEFA L )-s-Eg o} | 2 4-H]~[2-3]
EZA]-4-(2-3] =FA]- 1%/\1)111@] -6-(4-ZERHH)-s-Ego}xl, 2,4-1]2[2-3| EFA|-4-(2-3] = FA]-4-(2-3]
2 A= EAD AL ]-6-(2,4-T W H D )-s-Eg|o}7], 2,4-H] 2 [2-3| EZA]-4-(2-3| T2 A - EA] ) -7 d |-6-(4-

BERAY)-s-Eob,  2,4-M2[2-5] SR A 4= (2-0pA A B A -3 |-6-(4-F 2 23 ) -s-E o},
A B E 2 ATAGA D w2, 242U AR 6 =R 4G
A-AZ D NEA A )-s-Elobd, 23 -4-[2-5 EHA -4~ (3-sec-F BG4 -2-5] EHA L2 5A)) 5]

91-6-[2-3 =% Al -4-(3-sec-ol 8 % A]-2- 15%42;%—3—4)311@]—5—@0% 2,401 22(2,4-H W 2 ) -6-
[2-8] =2 A -4-(3-M A 4] 2-5] S ZA L2 ASA) A |-s-Eelobal,  2,4-H] 2 (2-8] 22 Al -4 %i%—%ﬂ )~
6-(2, 4t n- RS A )-s-E ok, 2,411 25 (2, 4- T W Do ) -6-[2-3] =2 A -4 (3 D S 4] 23] S E A

2RSA)5-0-FUAL -s-Eelobd (s SESA, =P B AASA Jlo) EFE ek, 1% S

{2,4-12(2,4-0HE 3 d)-6-[2-8| =F A -4-(3-F- - FA]| 2-3| EFA| 22 HA ) | d |-s-Egfopxl}, 3:5', 5:5'
g 3:3" jAA 5:4:1 M= Zhard wlER vhal oA e, 2,4,6-EYA(2-3 =S 1—4—°1i—%%%*17}3
o2 AedgA A d)-s-Efolxl, 2, 4-H[2(2 4-H ) -6-(2-8 =FHA|-4-F A 5 A]-5- o -F L |
d)-s-Edobdl, 2-(2,4,6-Eg| Mg Hd)-4,6-H] = [2-3] EFA]-4-(3-F- D542 ]—‘:— A2 % ADHAE ]-s-E

=23l =S A TR A A A Y |-s-Ee m, 4,671 22
B ERATREN)-3H)- S—Ea o3t 4,691z, 4-
TR EA)-S)-s-Eelobe] EFE, 4,6-12-(2,4-1)
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Uz = C-CpEldedZolAy; e A A B B C-Cy &2, A =t EXH C-Cy &AY,
CC AEZLY, CC ¥71d2 3t o] -F, -0H, -ORs, -NHs, -NHRs, -N(Ru)s, -NHCOR2s, —NR2:CORus,
~0CORs:, ~CORss, ~SORus, ~PO(Ror)n(Rog)sn, —Si(Rag)a(Reo)sm, ~Si(Ron)y, N (Ru)sA, =S (Ruw)oA , —SAlEhd 7] &
= 29 EF oste] A3 glom; AT A e 24 CG-Cy &, A e EXH vX3 ke
A8 CpCy EAE, CCp AZE2LD B (G 7192 ESE 3L o] 49 -0-, -S-, -NH- =& -NRy~ 7|
w9 2l AR S Qe

A7) dld, UZd e GCpHld e Eg st o)y &=, (N, —CF;, -NO,, -NHRzs, -N(Rg2)2, —SO:Rss,
~PO(Ry7)n(Rog)o-n, ~OH, =ORpz, —CORys, —Resoll &J3le] X8k= = 9lom; of7]A

Rpp= A4 = A4 G-Ce 22, A4l = A4 GG E7d, GCp AEF2LE, dd E= Y=zl (-
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[0325]

[0326]

[0327]

[0328]

[0329]

[0330]

[0331]

[0332]

[0333]

[0334]

[0335]

[0336]
[0337]

[0338]

[0339]

[0340]

[0341]

[0342]

S=506 10-2214663

Cis HldddolAY, = 2709] Rp7F N B Si fzkel]l AFE A5 olso] 2¥Ho] e dAst 7 IJ&57

Roi= ORgz, NHRy2, N(Ry2)oOl AWt HE= Ryt EAE 9M|E 7HAIH,

Rys= 742, OH, ORs, NHRzz B N(Ry),, O-ZEAIHOIAY B Ryt 59 o 7HAH
Ros OH, ORsy, NHRy HEE N(Rgp)p0l™,

Ro7& NHy, NHRyy HEE N(Ry),0) L

Rys OH EEE ORypO) 1L

Ryp= Cl FEE ORyppolal

Ry 214 =5 44 CCs &dZholAY; e

o Rs HO R,
/N\
Q-N =~ /N
N
(@] R R,

5

Ry A Re& 71 Aol nhep 2& onE 7pHm;

Q= A e BA3 GCpeZd, GOAIEZRELSZA = deb-rda == 7]

AAFE 3. 3}k [ = 318k 119 shetEellA,

RS S, 1 U4 270e) wha 99 A4 e 244 92, 2 UA 18700 s Axe] A w244
oY, 5 WA 12709 B AR AFRAD, T A 157H4 B 9o A9, sidelAuy, wE s
2 el 1WA RS B 949 9 1WA 4 AR 3] Al EE ) Adeeln;

R 1WA 24709 A ARbe] A2 mi A4 27, 2 WA 1849 B U] A4 EmE B 9,

5 WA 12709 g ko) ASRdd, 7 WA 15709 ' 9] ddd, sdolAY, B dd e A
of 1 WA 47he] & zke] & 1 WA 3707F Ak 7] ¢d ®== 7] dd oAy B

RQ’E‘ _(CHZ)Z_CO_O_(Z)_O_R15O] ‘11 , Oq 7] /ﬂ

7= CCp- sl 1 WA 370] Ak A7 AAAlE C-Co@ 2 =leln;

o Rs HO R,
X = /N
- R g 0 R (CH,)m=CO— ~
Ris= T, Ci—Cp&4 T 7] 6 T=
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[0343]
[0344]

[0345]

[0346]

[0347]

[0348]

[0349]

[0350]

[0351]
[0352]

[0353]

[0354]

[0355]
[0356]
[0357]

[0358]

S=50l 10-2214663

(CHQm-CO——O]ﬁ;

Rs, Re, Ry ¥ Re> SHH SR F4, Cl & Broli;

XE 0 T NEolH, o 7] A

Bie ok, A8 Bt BAH 00O, GRS, Y EE ARl B 4] A4
£ RAN Gy BW EE Gy AFRIDE St ole] F, OH, ORu, N, NRn, N(R)ol €5}l

7_C15§ﬂ1éoa}7el% Bt—:-?l' —8]'1'/][‘ 01}2}94 _%El-iﬁ_]_, _CN, _CFg, _OH, _ORzz, _CORzz, _Rzzoﬂ 9]2:5]'04 7_(]3;:]_'

R A e A4 CG-Cs €72, A4 v 243 CCis €AY, CGCpo AEZLD, CCy dd E

i

rir

L}_ Ny

[H

o Rs HO R,
/N\
Q-N N
N
(@] R R .
B2 7] g S oM, o714

Ry WA Re 71 Aol wpoh 2 o & 7hA 1

QE CCe2Bd, G-CAZ2EAA, seb-sdal == 7]

AAkE 4. 8}3HA [ = 318HA 119 3F3HE A,

1 AAFH 10 o3 2AE.

Ri =4, 1 WA 12708] &4 ko] A = BA & £ 7 A 15709 vha dAke] siddeln;
Rz 1 WA 1270 ®hA dake] A == A &F e 7 uiA 1570 g4 Ak sded,

AdolAY, = wld ael el 1 WA 4709 g Ao 4 1 UiA 37 AgkE A7) sld = 4] @l
dedoln;

=
g

Ny

ZolAY EE E F vt €l EE Brojy;
R, @ Re& E-H o7 224 (] X Brojo;
XE 0 T NEolH, ol7]A

Bre S, MASEAG 1WA 470e] Ol oJste] Age A mE RAH -G, MATHAGF, CF,
ON = Clol Slste] A@e dd, EE O-CALLA NG 1o I8 £HE.
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[0359] AAFH 5. HA)-o] 5
AANFH 6. A A-o]FH

SEEBCIELES

s==s5

SEERE FEESERENE RN C L
[0360]

AN G 40 o 24
slesAd gl zER opEo] UVAL WA IVAIZR o] 01X

? HQ o) HO,
=N _N
s ta TG o= "o T
= ~, 7
N N
fJFO 0
A 4!!> o) HO
N HO N,
OTN NN Q UVA3  —N _ N Q
N N
>~ 7
Br N o

UVA4
o ¢ O
N HO, o] HO
oy ues o
Br N /\J/_ N
0

UVAG

[0361]
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[0362]
[0363]

[0364]

[0365]
[0366]
[0367]
[0368]
[0369]
[0370]
[0371]
[0372]

[0373]

[0374]
[0375]

[0376]

SES06 10-2214663

,,\\__\N o 4!!> "\\___\ 4‘!»
HO 0
e} N N HO
Y O UVA7 0 N UVAS
~..7 AN
o S a®
Br N

O

O Q) . 0
0 HO N HO
QN N O _N Q UVA10
N Br N
0

UVA9
& Q. @,
0 HO N HO
N 0 N UVA12
= N\ CRN
O e
(e}
UVA11
NG 7 R 1Y SAT AN 5, Fel2HE A, FASAT A, NFA/Felol e sholn
G A, obad S, FeASA £4 % oladdels SR o|Feld Forty Agw A Yoo 4

7] AAFHEel oF 2=,

AAFE 8. Aol obtl F FATAT Sz olFo womE AuE A Aol 4] Ax e ol

s

(1) 1-AZF29484-2,2,6,6-8l Egtv & -4-SELd| ol ] w2 |

(2) ¥]2(2,2,6,6-E|EgtvE g d|2]d-4-d) AulAo|E,

(3) Hl2=(1-oFAIEA-2,2,6,6-El EdtrE g o2l d-4-2) AupAo|E,

(4) ¥2(1,2,2,6,6-3etH|E-4-4) AuAo]E,

(5) HA(1-AF2845A-2,2,6,6-H Egti gy s d-4-d) AupA o] E,

(6) Hl=(1-5954]-2,2,6,6-Hl EgmE g vz d-4-) AupAo|E,

(7) Hlz=(1-0}4-2,2,6,6-El Egtid g s g d-4-d) AupA o] E,

(8) Hl=(1,2,2,6,6-A et E-4-9]9 2 d) n-FE-3,5-H-tert-FE-4-3| EFA Ml A LR Y| o] E,

(9) 2,482 [(1-A S22 %A-2,2,6,6-HEZGWE I H g d-4-d) R ol 1= |-6-(2-3| EEA| ol o} ] L-s-E
o}z,

(10) H2=(1-A S22 E8A-2,2,6,6-HEZGWEIH 2 -4-¢) o] o] E,
(11) 2,4-HA[(1-AZF2F A2 X]-2,2 6,6-HF 2 H-4- ) R e oln| - |-6-F 22 -5-E|o}x |

(12) 1-(2-3| =2 A -2-WE L2 ZEA])-4-3|=EA]-2,2,6,6-H Ev i sgzd,
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[0377]
[0378]
[0379]
[0380]

[0381]

[0382]
[0383]
[0384]
[0385]
[0386]
[0387]
[0388]
[0389]
[0390]
[0391]
[0392]
[0393]
[0394]
[0395]
[0396]
[0397]

[0398]

[0399]

[0400]

[0401]

[0402]

[0403]

[0404]

[0405]

[0406]

SE506l 10-2214663

(13) 1-(2-3| =5 A -2-WE L2 E A )-4-22-2,2,6,6-E| Evd v 72| d

(14) 1-(2-3| == A -2-W & L 2 Z A )—4-S | 7} =D 2 2]-2 2,6, 6-E| Egtv| e o] 2] d |
(15) WA (1-(2-3| =F A 2-WE 22 EA])-2,2 6,6-H Echi Do g d-4-) AnlAolE
(16) WA (1-(2-3| =F A -2-ME L2 EA])-2,2 6,6-H Echi Do d-4-2) oltjdolE

(17)  2,4-¥]A{N-[1-(2-3| =FA|2-Wd Z 2 Z ] )-2 2,6,6-E]| E&tv & v o] 2] d -4-< |-N--& o}m] 1= }-6-(2-3] =
A "ot ) -s-Eg]opxl

(18) 4-MxU-2,2,6,6-E|Etve v deld,

(19) U-(1,2,2,6,6-Aet A o2 d-4-<) p-w|EA A AL R0 E,

(20) 4-HolE&A]-2,2,6,6-H EetvEd e d,

(21) vl (1-5E%A-2,2,6,6-H Egti gy sz d) SA o E

(22) 1,2,2,6,6-A b d-4-o}n| g 2,

(23) 2-2HH-7,7,9,9-B| Edtu| R -1-5A}-3,8-T o} A} -4-F -2 2[4 5] U1 7,

(24) E¥12(2,2,6,6-HEgHE-4-v g d) JELZEZ oA e E

(25) E2(2-3|=FA-3-(o}1]=-(2,2,6,6-H EH A2l d-4-d) X2 d) YEHZEZ oM H o E
(26) HEZI|2(2,2,6,6-HEZGHE-4-9H 2D )-1,2,3,4-F-e-g Eprt2 5 Ao &
(27) BlEET]2(1,2,2,6,6-AEH D -4-7 A 2| )-1,2,3, 4-Fe-H Egrt 28 A g o =
(28) 1,1'=(1,2-olgttjd)-n] ~~(3,3,5,5-H Egte & 3] H 2} 2] =)

(29) 3-n-€-7,7,9,9-H Egti€-1,3,8-Eg| o} A v 2 [4.5] H|7F-2,4-T] 2,

(30) 8-opAE-3-%=d|4-7,7,9,9-H EgtiE-1,3,8-Egfolxp =T 2 [4.5] v -2, 4-T] &,
(31) 3-%EH-1-(2,2,6,6-H EgHE-4-v ¥ 2| 29 Z2H-2,5-1] &,

(32) 3-=ul4-1-(1,2,2,6,6- et -4- s 2 ) 9] F2 F-2,5-1] &,

(33) NN'-B]A=-F29-N N'-¥]~(2,2,6,6-El Egtv| e -4-v] F 2| d ) Al & A ] o}ql |

(34) 2, 4-H=[(1-A 22N 5A]-2,2,6,6-9] 9 g d-4-A) FHolr| = |-6-F 2 2-s-Egf o}zl 3} N,N'-H] 2 (3-0} 7]
exza)dldeinl) ] vhg A=

(35) 1-(2-3|=5A10")-2,2,6,6-H Ectu|d-4-3| =5 A 9] H 2] 5 541419

(36) N,N'-H]~=(2,2,6,6-HlEdHE-4-vdgjd)-dAt e dicjo}yl E 4-tert-SEofu| -2, 6-tEFE2-1,3,5-
Egolzle] A3y EE AIEY F3E,

S

HN'

(37) NN'-H122(2,2,6,6-H B2t &-4-9) | 2] )~ Ap D alr]obvl B 4-A]F 2ol dobn) -2, 6-0] F22-1,3,5-
Egolze] Ay == AFY HTE,
=,

(38) NN'-H]2~-(2

,2,6,6-HE
ol e Ay T 1—?’4 =3

2o -4-s) s ) - s ApA D AT obyl W 43

i

2x=-2,6-H 22 2-1,3,5-E¢

(39) N,N'-H]~-(1,2,2,6

6-FElm e -4-T g D) -t Alr] o}yl 9 4-R-ZEw-2 6-U]FZZ-1,3,5-E]
offle] Ay w AEY EFFE
(4-n

(40) 2-Z22-4,6-H]2
2ol ) ko] HHE

golu=-2,2,6,6~-H EZHE g A2 d)-1,3,5-Eglobd E 1,2-H]2(3-o}v| =
(41) 2-Z22-4,6-Y-(4n-Fgo}n=-1,2,2,6,6-FAeti ey g d)-1,3,5-Egfo}x © 1,2-H]2-(3-0}7] =3

hopn| )l ehe] HehE,

(42) 7,7,9,9-H EHE-2-A| S 2 & A -1-ZA}-3 8-T]o}A}-4-& 4202 [4 5]H)2F H oI EFZ=s| = 1t
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[0407]

[0408]

[0409]

[0410]

[0411]

[0412]

[0413]

[0414]

[0415]

[0416]
[0417]

[0418]

[0419]

[0420]
[0421]
[0422]
[0423]
[0424]
[0425]
[0426]
[0427]
[0428]
[0429]

[0430]

S=506l 10-2214663

< AAE,
(43) Zg[vdE,(3-2A-(2,2,6,6~HEgEydgd-4-L)x23)] AZFA CAS#182635-99-0,
(44) %Eﬂ}‘ﬂ‘ “_T"‘/‘lk"%_clg_(:m_Q_%Eﬂrxﬂ_%%‘@'%ﬂ% 2,2,6,6_3]—]2—‘:4'1]“%_4_0]'11]—‘7—:4jﬂ‘ﬂ‘ag ]ﬂ'% *3/‘3%,

(45) 2-2ER-4,6-H (T REoln|)-s-Egjopr o Tu-71gH 2 4-tF22-6-[(2,2,6,6-H EH L] 7

#d-4-) o) ]-s-Eglobzl Bl 4 4'-sApe R ] 2 (ob) =-2,2,6, 6-H EgtE g A2 d) o] £3 AAAE

RUE o 1AL B o

(46) 2-FRZ-4,6-H (T REolr|in)-s-Edopo g wu-73e 2 4-t]222-6-[(1,2,2,6,6-H et L 3] 7]

Ze-4-d) ot ]-s-Eg]olxl W 4 4'-dFA e AdnH] (o} =-1,2,2,6,6-AEMH ] H2 ) o] =3 PAE

RUE o T B o

(47) 2-2 224, 6-H2(H ol )-s-Egolxl o2 Du-A4 g 2, 4-tFR2-6-[(1-ZZFA-2,2,6,6-H =

gl e v ol 2 e -4-<d) B obu) e [-s-E]opx] Bl 4, 4" -SA R 0] 2 (ohw] e -1- R EA]-2, 2,6, 6-H| E et E )

dee)e] F3 e 2y sitE,

(48) 2-F22-4,6-¥=(YF-Eolnm)-s-Egjolzxl o7 -1y 2 4-UF22-6-[(1-o}2%A]-2,2,6,6-HE

gl e v ol 2 e -4-<d) B obu) e [-s-E ] obx] Bl 4, 4" -SAR R 0] 2 (obw] e -1-0b S A2, 2,6, 6-H| E et H ]

Aol F3F e 2y setE 2

(49) 1,2-H]2(3-opv|mE 2 gotr| i) ol|h-& Aloprait FRefolust whgA7A I YEES (2,2,6,6-HER}

me vl s e d-4-) e olrls} WheAlA dE A=

Al zER kg, S|EFA I d-s-E]okl,
ER o]Fojdl worfE Hud F7re] A

o Mo

AAGH 9. &2 39 wjgtEe] Vg s=
o] g, ol oelE, &
E5EhE Aol A7) AASH

o =
:

)

oo

>

2
T

ANGE 10, 2% 29 5ol
hva
-

rAE

EEAHd-s-Egjoprl o8 o]Fojl oy Hed Frho] Aol 3
=

NG 11, #2519 el AuA FAAAT T Qoo 7] AAGee] o) F 2AE.

=

AASE 12. ZE=0] ¢k 2 mil WA oF 10 mile FAQ o] A7) AA|Felo] 93t ZAE.

ANGE 13, 27 B A" A 2GR FHE V1F0R st 4A-o)FH AEHAFLNRE o} Fo] o
0.05 F2% WA o 1.0 %z A0, Fol oknl F sAZL o 0.5 FF% WA o 3.0
= qJole] g7] AAFH G 2YE

AANSH 14. ZEZo] 290 nm A 360 moll A <0.1%, 400 mmollA <0.5% % 420 mmoll A <12%2] UV F3}-&
= Uehdl= ol A7) Ar el oF 24d=.

AAGH 16, ZEZFo] 2AAE 25 o] A7) AA Gl o 2=

AAGH 16. 2Pl uAgE ZHS Aol AAGH 1-14¢] o3 2AE.

AAGH 17. QT &% tuE 38k o9 7] AAIGH e o 2AE.

AA e 18. ZHZFo] 27

A FH 19.

a)
b) AAIGHE 1o o5k HM-ol s s=FidulzEclE: Ao F F5A,
c) “&el ofvl F A stAl 2 Qle|=

d) F7ke] Aol G FaeAl, dEA FabskAl B f7] B F] SRR o] Folxl oY Aud 3ehe

N

o I £A],

e

o
ke
i
P,L
fr
M
=)
K
ofl,
=
%
e
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[0431]

[0432]

[0433]

[0434]

[0435]
[0436]

[0437]

[0438]

S=506 10-2214663

AA o Al F=ZAg gl zEgolE 1bh (UVA2)Y] A%

Y,
Q o) O o) HO
NH, N
a) X b =N
_N e N N L —Nb@ oN
Br Br N
0 o 0

1a 1b

CAS 5% ¥l&
59683-52-2

14 At (3 S 40%, 14.0 g, 44.1 mmol)& 15ToA oA EAL (200 ml) Fo] 4-otv|e-5-H=
Folul= (95%; 10.7 g, 39.9 mmol)&] Wyl &Erelo] XA 3 ﬂwﬂﬂr 7Y ol *1% TPE] 2=
Hjzrel] oJgte] 15T R 17°C Afolol A fAgtt. H7ME =gk & (1 AZFe] 3/4), wyks 2 5
g %, B EES Ast AR &7]13, -15THdA FASIGESR nlola iia (1.8 g, 45
mol) @ oM EAYEE (13.1 g, 159.7 mmol)S Ffrale wehS/m-aad (85/15 H3; 200 ml
1-4-t-2€ 55 (95%; 13.7 g, 40.1 mmol)< w_ folo] A3 H7 e, HF Fd, w3 E3E
olAZEFE-Edto] olo]x HHMﬂ oJgte] -15C % -9T Apolold fAeta; pHE A=l
shal, AU ER (B F9 30% % 250 me) 1 FitE = Hbel o3t 5RT =A fAg. Hobs ¢
5 (2 A7+ 27] pH 13.7, AE pH 5.6), W7 winE AlAS AL, A deds vl wakgith. & (150
92 EFd (250 m)S M7Fsta, Bo A4S EEsta, EF (1x250 m) o2 AA, e 7] A4S

250 me) = Ak, HFRA7IAL (MgS0y), of¥star, &miE FLAIA 30 go AN ods A=k, o
(60 g)= #H7tetar, dENs 37 7ttt WA (5 wi2n), 35k lavk A4 1A 24 A7ty
, ol o#sta, HeEE MASIa, dxAZIT. F& 16.2 g (27.4 mmol, 68.8%).

XN (d &
JH o mm

ol
o,
¥
L s o

o o

X

(
=

\ﬂ e S = R T T

&4 178-179C.

'H-NMR (300MHz, CD,Cl,), & (ppm): 13.14 (s, 1H), 8.34 (s, 1H), 8.18 (s, 1H), 7.92 (d—&A}, 1H),
7.76 (d-FAF, 1H), 7.28 - 7.24 (m, 4H), 7.20 - 7.15 (m, 1H), 3.20 (s, 3H), 1.87 (s, 2H), 1.82 (s,
6H), 1.51 (s, 6H), 0.86 (s, 9H).

b) 33E 1a (17.2 g, 29.1 mmol), YEF A= (99%; 2.5 g, 38.1 mmol) & 1-W€-2-9 =2 t]+=(60 ml) <
HkE EEFES 12002 7FEect. A4 o] FXE wizbx] (1.5 A7) =5 fAgt. ZeA gas
25C2 YZAAZ =, & (100 me) 2 &5 (150 m)& #H7igd. &9 S FeEsta, 554 (1x50 ml) L

==
=T
2 AAF. g3 7] AS B (3XX50 mO)E AAREa, AZRAF)I (MgS0y), o, &S SdAA 17

g9 HAol Ut AM 2dE& da, olE AHAAA AT} uAA EZS 12 EFA F
R RNkl aAxs H7kstal, €98 WA= 9, FFEE 7F 3 A 2A AA4sE, ol o3
I, A=A (8 g). AFAE B AEHE FEA7L, ARES Ao RYH AASIANA EUE 3.5 g&
A=l & 11.5 g (21.9 mmol, 75.3%)

"H-NMR (300MHz, CD,Cl,), & (ppm): 10.97 (s, 1H), 8.40 - 8.39 (m, 3H), 7.76 (d—&A}, 1H), 7.31 -
7.24 (m, 4H), 7.20 - 7.15 (m, 1H), 3.25 (s, 3H), 1.91 (s, 2H), 1.83 (s, 6H), 1.54 (s, 6H), 0.86 (s,
9H).
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[0439]

[0440]

[0441]

[0442]

[0443]

[0444]

[0445]

[0446]

[0447]

[0448]
[0449]

[0450]

SES06 10-2214663

AA o A2 F=ZAgdHEEgo}E 2¢ (IVA3)Y] A%

O

\ e}
N HO
HO fo} P> N O
- D
— —N
2a) 2c)

CAS 3% W%
2257-85-4

a) 4-o}m)ie-N-v] & T eto]

"= (17.8 g, 10.0 mmol), SFAIEAMIESF (1.64 g, 20 mmol) E o}AIEAF (30 g)9
FES Ao A g mukgc), ol EAL (10 m) T HF (3.22 g, 20 mmol)S Z wwshEA A b,
Fo diegF Avks H7re & AdEe] FAET. BHES 4A ?47}6L WHkS 16 AlZE E9F A&t 1
= (40 m0)S #7letar, BAAES Al oste sk, & (10 m)=E MAsL, A=A,

)

B [z

£ 3.18 g (95%).

A 216C-218T.
"H-NMR (300MHz, DMSO-ds), & (ppm): 7.92 (s, 1H), 6.46 (s,5-<, 2H), 2.96 (s, 3H).

(B 59 40% 14.0 g, 44.1 mmol)& 15ColA o} EAE (200 me) F2] 3-o}n|-4,6-T|H
mxgoln = (13.4 g, 40.0 mmol)®] Nkl @AEre] A3 H7igtct. H7b F HJ% 25 28 4
= wi2ke] oJste] 15C B 17T Apolol A fFA . H7ME duS jr* (1 AIZEe] 3/4), DS 1 AR &

: , S He Zur2 %7)aL, -15ToA FABIYES H}O]JE 2 (1.8 g, 45.0
mmol) B OFMEANGEF (13.1 g, 159.7 mmol)& -3k WlehE/m-= A (85/15 F3]; 200 md) F9] 2-F
U-4-t-5E o5 (95%; 13.7 g, 40.1 mmol) ] Wkl goMo] MA3] H7istct., H7F Fol, v EFES] 2%
=3

(A

A

g olaradg-tilol o}o]A Hizee] ot -15C H -9T AteleA fAEtaL; pHE el 3k
Ak, FASUHER (£ T 30% F 250 me)o] Fuks= bl ot snh wA fART. HbE &
23 F (2 A7 27 pH 13.7, & pHl 5.6), B2 W25 AAs AL, A4 Al whA] akgn. A4 3
AzA AAshe e 2b5 odstal, olhxERaR AAsti, AXAIH.

T8 16.6 g (62.0%).

|74 180T (dec.)

"H-NMR (300MHz, CDCl3), & (ppm): 11.70 (s, 1H), 8.14 (s, 1H), 7.78 (-5}, 1H), 7.70 (d-5-AF
H), 7.30 - 7.28 (m, 4H), 7.21 - 7.17 (m, 1H), 3.16 (s, 3H), 1.82 (s, 6H), 1.81 (s, 2H), 1.46 (s,
6H), 0.83 (s, 9H).

2b (6.70 g, 10 mmol), YEFH o}A= (99%; 0.85g,13 mmo

& 1) =(25 me)e nwk
EES 50CE 719%th. @A Aol 2=X" w7iA (2 A7) &
]

2
T
=
i
v
)
e

)
I

Foy
Ll
o
N,
%
iy
m,

H =3 ) oA gdS 5TCE
YAAN Z 2 (25 m) 2 oE olAElelE (50 ml)E 73, B9 A4S Eysta, o olAEo]E Fof
AAEE AAES oo osle] 43T, mAA BES 1 EFA (20 M) ZRE AAAA 7L, o3
atar, Azt

T8 1.05 g (17.4%).
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S=50d 10-2214663
[0451] 41 221T-225C (dec.).

'H-NMR (300MHz, CDCls), & (ppm): 10.89 (s, 1H), 8.41 (s, 1H) 8.39 (d—&AF, 1H), 7.74 d-F- A}
1H), 7.29 - 7.26 (m, 4H), 7.22 - 7.17 (m, 1H), 3.26 (s, 3H), 1.87 (s, 2H), 1.84 (s, 6H), 1.53 (s,
6H), 0.84 (s, 9H).

[0452]
[0453] AAd A3 FA] ofr]| =4 amic acid) 3e(1)-3c(V)9] @] glo] Y7l2 544 3a @ F4-& 3boll 9Jsle] o]
T 1bRYFH J=EA IR EZoLE 3d(1)-3d(V)] #l=x
OH (@]
N
ﬁféN— - @@ 2| Oy
(@]
| N _
OH o) OH o .
,N\ d) N N c)
e =2 | Oy
0 OH
3d(1)-3d(V) 3c()-3¢(V)
3 E # Eq
3d(l) CeHs
3d(IN CeH4-4-CN
3d(In) CsH4-2-Cl
3d(Iv) CeH3-2,6-(Pr),
3d(V) CH,CH,OH
[0454]
[0455] 3}sha] 339 FIHA sRHE 92 19 fAMRE =S UV-S55A2A &3t
[0456] a) KOH (53.3 g, 950 mmol)E 25CelA 1b (49.8 g, 94.9 mmol) & o €h&/E (1/1 ¥3I; = 200 g + 40 ml)9)
nHkE EgE] AA3] Hrrech. dErE (50 ml)S ARESE Frhe] A F ) E3Eo] 80T HA shal, oF
19.75 A|zF ¢t A gk, 3=71e] KOH (2.65 g, 47.2 mmol) S H7Fetar, 80ToA1e nwke = thE 29 A7k
Tk A&, %, duEss I TR FRA71A, AAE edxA dgds & (500 )=
slAgkth. HCL (554 32% w/w)2l =9 H7tel| o3l TFES Aoz eI (pH 2), 3N HHES o3t
ot ZE-AoAE & (3X100 m)E MRS, AF QLEUA 40T ARAA 3aS A A=A d&=
o} (53.3 g).
[0457] &4 150-175C (dec.)
[0458] HPLC-UV/APCI-MS (MIAEIXE): 529.3 (M); CyHisNs0s0 3+ A4kx]: 529.3
"H-NMR (300MHz, DMSO-ds), & (ppm): 10.38 (s, 1H), 8.57 (brs, 2H), 7.98 (d, J = 1.9Hz, 1H),
7.64 (d, J = 1.9Hz, 1H), 7.26 - 7.18 (m, 4H), 7.14 - 7.08 (m, 1H), 1.80 (s, 2H), 1.75 (s, 6H), 1.43
(s, 6H), 0.78 (s, 9H).
[0459]
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[0460]

[0461]

[0462]

[0463]
[0464]

[0465]

[0466]

[0467]
[0468]

[0469]

[0470]

[0471]
[0472]

[0473]

[0474]

[0475]

S=S06 10-2214663

b)-d); 3d(I): 3a (4.2 g, 7.9 mmol) % EF (40 g)o] nwtE E3-ES WU-~ElH(Dean-Stark) EF o] 9]s}
o EEHE B9 Aol A9 w7kA (3.75 AIZE; t) FFAIA olE AT, %, ofdd (98%; 0.83
g, 8.7 mmol)S FH7Isla, EFES T U2 1.25 AZF (t) §<F SFANY. EFAS A TL7|2 SFHA
7|3, AFES aRviEaRy (Aggr A, A/ EZd/dEolAHolE 9/0.5/1)0 2lste] AAste] 3d(1)E
A A 2A A=) (2.4 g, 51.6%).

ol

4 220-221C.

CyrHygN,O5 (586.74) ) Tidt B4l AAkx]: C, 75.74; H, 6.53; N, 9.55. A=xX]: C, 75.52; H, 6.53; N, 9.28.

"H-NMR (400MHz, DMSO-ds), & (ppm): 10.26 (br s, 1H), 8.68 (s, 2H), 7.96 (d, J = 1.8Hz, 1H),
7.69 (d, J = 1.8Hz, 1H), 7.56 - 7.45 (m, 5H), 7.26 - 7.20 (m, 4H), 7.14 - 7.10 (m, 1H), 1.82 (s,
2H), 1.76 (s, 6H), 1.45 (s, 6H), 0.79 (s, 9H).

b)-d); 3d(II): 3a (6.35 g, 12.0 mmol), EF< (70 g) % 4-oln| =M% HE% (97%; 1.6 g, 13.1 mmol)=X%-
B 3d(DeF FARHA AAdstn, /75 474 1.1 AR (1) 2 2.25 A3 (ty) A&, AFES 208D

Ay (HEgt A, EFA) ete] HAste 3d(INE A uA2A A=t} (4.2 g, 57.3%).
§H: 252-253C

CogllsN:s03 (611.75)l that &A1 AAR]: C, 74.61; H, 6.10; N, 11.45. A=x]: C, 74.04; H, 5.83; N, 11.37.

"H-NMR (400MHz, DMSO-ds), & (ppm): 10.24 (br s, 1H), 8.72 (s, 2H), 8.05 (d, J = 8.5Hz, 2H),
7.95 (d, J = 1.8Hz, 1H), 7.76 (d, J = 8.5Hz, 2H), 7.69 (d, J = 1.8Hz, 1H), 7.26 - 7.18 (m, 4H),
7.16 - 7.10 (m, 1H), 1.82 (s, 2H), 1.76 (s, 6H), 1.44 (s, 6H), 0.79 (s, 9H).

b)-d); 3d(III): 3a (6.35 g, 12.0 mmol), EF<N (70 g) ¥ 2-F2Fopd& (98%; 1.7 g, 13.1 mmol) & ZH-E
3d(D)eF FARHA sk, 875 247 1.0 AZE (1) 2 3.25 AIZE (ty) AEFeT. ARES AZrEDY

9 (A7t A, EFd/c"okAEHlE 9/D)o ofste] AAlste] 3d(IIDS 4 A=A fde=th (2.2 g,
29.5%) .

$4: 179-180C

CoHsrCINGOs (621.19)0] whdk ¥4 AAkx]: C, 71.54; H, 6.00; Cl, 5.71; N, 9.02. A=x: C, 71.04; H,
5.90; Cl, 5.93: N, 8.89.

"H-NMR (300MHz, DMSO-dg), & (ppm): 10.22 (s, 1H), 8.76 (s, 2H), 7.95 (d, J = 2.1Hz, 1H), 7.75
- 7.67 (m, 3H), 7.62 - 7.53 (m, 2H), 7.27 - 7.19 (m, 4H), 7.15 - 7.09 (m, 1H), 1.82 (s, 2H), 1.76
(s, 6H), 1.45 (s, 6H), 0.79 (s, 9H).

b)-d); 3d(IV): 3a (6.35 g, 12.0 mmol), EF (70 g) % 2,6-Tjo]AX2oldH (90%; 2.6 g, 13.2 mmol)
S 2RH 3d(D)e FARHA AAdsta, #RE Z1Lﬁ 1.0 A2 (tp) 2 3.0 AIZE (tp) A&}, FREBS A2

vty (At A, EF) gty FAS 3d(IV)E 34 A=A D=0 (3.3 g, 41.0%).

S4: 210-211C

CasllsoN405 (670.90) 0l thdk &A1 AXLX]: C, 76.98; H, 7.51; N, 8.35. A=X]: C, 76.70; H, 7.47; N, 8.29.
"H-NMR (300MHz, CD,Cl,), & (ppm): 11.03 (s, 1H), 8.53 (s, 2H), 8.45 (d, J = 2.4Hz, 1H), 7.79

(d, J = 2.4Hz, 1H), 7.58 - 7.53 (m, 1H), 7.39 - 7.36 (m, 2H), 7.33 - 7.26 (m, 4H), 7.22 - 7.16 (m,

1H), 2.78 (234, J = 6.8Hz, 2H), 1.93 (s, 2H), 1.85 (s, 6H), 1.56 (s, 6H), 1.19 (d, J = 6.8Hz,
12H), 0.88 (s, 9H).
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[0476]

[0477]

[0478]

[0479]
[0480]

[0481]

[0482]

[0483]
[0484]

[0485]
[0486]

[0487]

[0488]

SEE36 10-2214663
b)-d); 3d(V): 3a (6.35 g, 12.0 mmol), EF4l (70 g) % olgrZo}wl (99%; 0.81 g, 13.1 mmol) o 2 H-E
3d(D) et FAFHA AASka, 7S ZHzE 1.25 A7 (t) 2 1.5 ARE (ty) A&, FFES AZ2rE
g (Ag7 A, EFQA)d oste] AAlste] 3d(V)E M uA =N d=v) (2.8 g, 42.1%).
$4: 161-162C

CoslssNaOy (554.70) ) that BA1 AAx]: C, 71.46; H, 6.90; N, 10.10. A=x]: C, 71.07; H, 6.92; N, 10.03.

'H-NMR (300MHz, DMSO-ds), & (ppm): 10.23 (s, 1H), 8.57 (s, 2H), 7.94 (d, J = 2.2Hz, 1H), 7.67
(d, J = 2.2Hz, 1H), 7.26 - 7.18 (m, 4H), 7.14 - 7.08 (m, 1H), 4.88 (t, J = 5.9Hz, 1H), 3.72 - 3.59
(m, 4H), 1.81 (s, 2H), 1.75 (s, 6H), 1.44 (s, 6H), 0.78 (s, OH).

b) NN'-tAEF2AAIt2H T]olu|= (99%; 2.7 g, 13.0 mmol), 3a (6.35 g, 12.0 mmol) ¥ T]E2Z=ZdEr (40
ml) el EFES 25TCoA 1 A w9t wwksity, N N'-UA|Z 234 -gols oista, fF== v 34
FU7)R ZFHAA 3bE FA TA2ZA v} (5.5 g, 89.6%).

$74: 145-160C (dec.)
HPLC-UV/APCI-MS (WIAEIE): 511.2 (M); CyiHasNaO4o oigk AAEX]: 511.2
"H-NMR (300MHz, CD,Cl,), & (ppm): 10.89 (s, 1H), 8.63 (s, 2H), 8.44 (d, J = 2.3Hz, 1H), 7.81

(d, J = 2.3Hz, 1H), 7.31 - 7.24 (m, 4H), 7.22 - 7.15 (m, 1H), 1.91 (s, 2H), 1.84 (s, 6H), 1.55 (s,
6H), 0.86 (s, 9H).

A A4 S ESAH I FE o= 4bo] A x

o} o) HO 0 HO
N — N — N N

Br Br N
O 0o (@]

4a 4b

SAF IR EZo}E 4b% 4-olv|-5-HER-N-FExoln =2 REQl AL ALstar, ©A a) E bl
ofsto] s3HE 1bok FARSHAl A3/ gt
sh3hE 4b. &4 138-140C.
'H-NMR (300MHz, CDCls), & (ppm): 11.32 (s, 1H), 8.43 (s, 2H), 8.25 (d, 1H), 7.36 (d, 1H), 3.78

(t, 2H), 1.99 (m, 2H), 1.75 - 1.67 (m, 4H), 1.47 (s, 6H), 1.43 - 1.41 (m, 2H), 1.37 (s, 6H), 0.98 (t,
3H), 0.72 — 0.67 (dt, 6H).
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[0489]

[0490]
[0491]

[0492]

[0493]
[0494]

[0495]

[0496]

[0497]

[0498]

[0499]

[0500]

[0501]

[0502]

[0503]

[0504]

[0505]

[0506]

[0507]

S=506 10-2214663

AA o A5 F=ZAg Il EE g o}E 5b (UVA6) Y] A%

U e« U

5a

ZA DN EG0}E 5hE 4-ofH|wm-5-H 2 R-N-FExetoln =2 BEQl AL A&ati, wA a) 2 b)ol
o] S}3+E 1bst FAbekAl A gt

3}gHE 5b § % 104-106T.

"H-NMR (300MHz, CDCl,), & (ppm): 10.96 (s, 1H), 8.33 (d, 1H), 8.33 (s, 1H), 8.32 (s, 1H), 7.45
(d, 1H), 7.34 - 7.13 (m, 10H), 3.75 (t, 2H), 1.83 (s, 6H), 1.70 (s, 6H), 1.75 - 1.63 (m, 2H), 1.46 -
1.33 (m, 2H), 0.96 (t, 3H).

AAEG. 2 orlz yehlA e, HAWE, Al B FFHeels BE B %

B, 290 Zdeola, A 195-215, 9 275 % Tg 86T Y Al 7254

e

FA 10 2% 5,000-7,200
A ola™ A

=

A 20 BARE 4,000-5,000 @&, o] Zdola, A7) 210-225, B 261 2 Tg 67Ce A|# 71254
A olad A

M

A 30 BARF 10,000-11,500 =, @3 Folo] Zeolza, A7t 67-73, B 800 % Tg 62T Al 7=

o} Zelola, A7} 70-80, B 748 U Tg 57C9) AW A2

¥
XN
A~
M
Y
ot
—
C»J
O
o
O
>—~
Cﬂ
Cﬂ
o
o
i)
i
ot
ol
1

w54 o8 4

it
il

A 51 A 13,100-15,500 & gof Z#lel=, A7F 70-80, B 748 & Tg 57Ce Al 7254 #
T

I EE I

FA 60 A TR s okAd A, FElo] FHlolA, Atrh 48-62, T 1020 B Tg 68T

FA 70 AR SRR W54 olad Fee, Felo FHola, =HAY} 40-50, FHA RIEEG FoR
o 2k 1,250 2 Tg 70T

FA 8 AR okaY EFEg X, FEo] Edola, =S4V 88-96, FHA LR VFoR & T 610

=2 Tg 57C

FA 9 Al FFAEHEIZEOlE (GMA) oF=2d F4], dl&FA] F&F 300-330, 125TCelA 9 &-§ A4 >110
g/10 ¥ 2 Tg 40-43TC

FA 10: AlF AL HEIIHE O E (GMA) oF3 ™ X, ol &FA] T 300-330, 125TCA9 &8 A4 >110
g/10 ¥ 2 Tg 41-45T

FA 11: Al YA dHEl I ol E (GMA) oF3E %], oA F&=350-380, 125CelA29] &8 A4 60-80
g/10 ¥ 2 Tg 42-46C

FA 12: AT YA LHEIZHE Ol E (GMA) oF32E FX], oAl T 360-400, 125ColA9 &8 A4 50-70
g/10 ¥ 2 Tg 45-50T
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[0508]
[0509]

[0510]

[0511]
[0512]
[0513]
[0514]
[0515]
[0516]

[0517]

[0518]
[0519]
[0520]

[0521]

[0522]

[0523]

[0524]

[0525]
[0526]
[0527]
[0528]
[0529]
[0530]
[0531]
[0532]

[0533]

[0534]

[0535]

S=506 10-2214663

A 130 Al A EHEIEEolE (GMA) o= ™ 4], Tg 44T, v|= 53 A|4,042,6455.¢ o|&te] Fd3t
0 ESA 9 gl obw @ bgsAls BANA 7] AAE Hhel 2u

Z2v= £5E AT f2 AAAY #e A¥AE FEla 229 =(Specialty Glass Products) 24

HU}E 2 -9-(MODAFLOW) II1 Aolg(Cytec) SR HFE]9] -5 A|o]tt.

O

}2ktho] E (ARALDITE) GT, ©

Z Al 4], #Z=%F(Hunt sman) .

o}E] Z (ACTIRON) NXJ 602 Z =22~ JQEJUAd(Protex International)e] Zujolt}.
gl o] = (RAVEN) 5000, 7HE £, Z&n1]¢E AlmZ-=(Columbian Chemicals).

A= (LANCOL) 362D, FH.2]Z(Lubrizol).

TI-37°] (PIRE), ©liFst¥Ebr, 7<= (DuPont).

| 2~ E} (VESTAGON) B-1530, id&-7hrEetg-b a7y Zejo]iAlobvle]E, NCO i 14.8 WA 15.7%,
BY dl7AF(Evonik Degussa).

W] 2B} BF-1540, $-elEC]E ZgolhAloldlo]E | NCO 343 11.5 WA 13.0%, olxyY dlF-A}.

-2} 2-9-(URAFLOW) B, fr& ZA|, AK o] AmZH(GCA Chemical).

294 B (SPECIAL BLACK) 4A, 742 -2 oY A},

oA & 29-(RESIFLOW) PL200, ol~E&(Estron), Ae7t-ety FHANA ] F2el oet A fr5 w22 3
g g o}aY Aol 712d #% 2 BFE 24

Fuju 2ok oI xge]o] EF(LUMINA ROYAL EXTERIOR BLUE), Wh2=3E(BASF), 7Hd &3} oba.

Zoprlo] LR ~E 5lo] E(GLACIER FROST WHITE), w2~ Ti0, I®WE & slo]E &3 U5,

Hlale] g1 2 wwe] Aalofo] IV FaES ST, 2 Iy
B

FEL 290 mm-360 mmoll Al <0.1%¢ F3-&,
400 mmoll A <0.5% & L 420 mollA <12% F3-& ( =

g0 FaE w)S Yekin.

=3 S

A 9 71.41

=Rz E4ROIBS, 26.08

RopZ 29 I11 1.00

EdTY 3 =SA = 1.01

wlz9l 0.50

= 100

8-S @A (Henschel) EAolA 30 WA 60 = <t Edg3ty. 2% E3&ES APV MPI9PC o|F 23 F
GE7E o] 100T WA 130T &EoA 4EANY. a%F 4E9 248 2ER= A T849H (Strand
Lab Grinder) S-101& A}&3le] 17-27 na &9 A} m7|2 B3, 9489 E¢S 9 4%-tH(Onoda) ZH-E ¢
Bub BE 2 GX 3600MS AFgsle]l &89 Ay fEdd AA BRA7|A, AEgo] dste] dFEnE 3YS
AFEsle] WAlE =ZY AR W Ao, AA F FRALS e fEee AudE FYs ZRYER
HE dert. mEd §3 Ag7F fEds 285°F9 QEA 30 B ¢ AAANZT. IV FHEE FYo] =
g5 &3 Aeggt fEled vt SHsa, T8 (9= ¥z

Y A 360 nmelA1<] %T 400 mmoll A 9] %T 420 nmellAe] %T

1.85 mil 87.76 90.05 89.87
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[0536]
[0537]
[0538]
[0539]
[0540]

[0541]

[0542]
[0543]
[0544]
[0545]
[0546]
[0547]
[0548]

[0549]

[0550]
[0551]
[0552]
[0553]
[0554]
[0555]
[0556]

[0557]

[0558]
[0559]
[0560]
[0561]
[0562]
[0563]
[0564]

[0565]

3.25 mil 90.12 90.65 90.85

5.20 mil 91.80 92.30 92.54

7.05 mil 87.11 87.97 87.99

ol g wigE e IRF F B wwyel iV Fg WS gAsh] & 3o

"o 2 F2lo] £% =39 mF

vlate] 1e] Az} F, AR WV FFAQD 2-[2-3] EF A4 [3-(2-o A A -1-5 4] )-2-8 m A 2
4,6-1]2=(2,4-tu e d)-1,3,5-Egf ol & wigdEol A 3ol diste] 3 TER
TdEE 2ol 2YE §% At freldel dste S4ska, T (9= HEA
729 F7 360 mmell A €] %T 400 nmol A 9] %T 420 mmoll X 2] %T

1.85 mil 3.03 88.76 90.00

3.25 mil 0.19 82.83 85.36

5.20 mil 0.08 80.34 84.84

7.05 mil 0.06 79.57 88.26

ol g wigE 4] THFT F & wHe] iV Fag wdS sk X ).

Hlae 19 dxp 3, Alg IV F5A191
grd) Aug Mgl 54 ngeel o
A felwel distel sk, FaE (

2-(2H-H =
atol 3 %]

%)= WA 7T

5

EgolE-2-9)-6-(1-We-1-gldell & )-4-(1,1,3,3-H
FTE2 HUbe.

10-2214663

Eg}

W Fg=s 290 2949 §%

29 F7 360 mmell A €] %T 400 mmoll ] %7 420 nmoll &) %T

1.85 mil 0.21 78.13 88.11

3.25 mil 0.05 68.20 89.48

5.20 mil 0.03 52.55 89.62

7.05 mil 0.03 37.56 87.44

ol g wigE 4] THF F & W] iV Fag wdS sk X st

Hlxo 4 S2lo] £% =39 oF

Hlale] 1¢] Ax} 5 Al A4 olF WV A9 2-(5-F2Z-20-HEEgo}H-2-2)-6-(1, -t v ol & )-4-v]
duES wdEd 2 ngitel sty 3 S T2 ket W F¥EE FEo 3HdE §F At
frejdel disted SAsa, FaE (9= HEAIG

729 F7 360 mmell A €] %T 400 mmoll ] %7 420 nmoll &) %T

1.85 mil 0.03 35.84 86.43

3.25 mil 0.02 14.00 84.54

5.20 mil 0.01 2.88 77.55

7.05 mil 0.00 0.47 73.40

ol g wigE e FHF F & wHe] iV Fag w¥s sk X st

Hlie] 5 S0 ¥ 29 wF

Hlxo 19 Ax} & Algk A olF IV A9 2-(5-F22-20-N2Eo}E-2-9)-6-(1, -t & o & )4~
doEs wigEe] 54 1@l diste 3 F5%e] =2 Hrbstar, el obdl F bgsiAl (8)F widtEol
A el st 1.5%9 sE= HUhsth W FEEE FEo] ZEH §F At fElwel uste] 54
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[0566]
[0567]
[0568]
[0569]
[0570]
[0571]
[0572]

[0573]

[0574]
[0575]
[0576]
[0577]

[0578]

[0579]
[0580]
[0581]
[0582]

[0583]

[0584]
[0585]
[0586]
[0587]

[0588]

[0589]
[0590]
[0591]

[0592]

S=506 10-2214663

shal, T ()= WMEA Y.

9 FA 360 mnmoll A 2] %T 400 nmol M e] %T 420 mmellA 2] %T
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[0856]

[0857]
[0858]
[0859]
[0860]

[0861]

[0862]

[0863]

[0864]

[0865]

[0866]

[0867]

[0868]

[0869]

[0870]

S=506 10-2214663

Zelo2E2 424 350.5
A 66.85
A & =29 PL200 5.3
e 53.35
L] 2.45
UVAL 7.35
Z719] UVA’ 3.7
HALS (35) 5.5
ors’ 5.0
55 500

275 EZFolAAodo|ELtY] A S Zte | EFA BT Ed2~HE, Tg ¢F 56°C, OH %k mg KOH/g
oF 40, AXE mPaxs & & Z#°]E @ 200C, 3700-4900, A7} mg KOH/g ¥ 15 (max)
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