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[0069]
[0070]

[0071]

[0072]

[0073]

[0074]

[0075]
[0076]

[0077]

[0078]
[0079]

[0080]

[0081]

[0082]

SES06 10-1454702

H
HN’A\V/A\V/A\V/N
>(5< "
N N

b3) 71 ek (le) B (If)] 3= WHEAIA 871 shehal(D) 9] tes 9 dAE

sEtA(ID) 9] Ao HESA og 2] oA,

F
i
ol
2
B

a) 3} (11a) == (IIb)

OH o
Ol () )
' {

& o] F3ES T4 Zu| ZAak|A 582(100) EE (200)

OiH (100), (), (200)

(Ile) T+ (IIf)
oH OH
>K,Nj< (Ilo), >é< (),
o oy

b1) %471 g3t (1le) ®=&= (11£)9] 35t

o] g3E 3 sl=EHSAtol=et REgAIA 7] sk (11c), (11d),

o

:Jjﬂtkf (lle) =x

)

=Z

=
gkl (11c) = (11d)9] 3FES 4375 oA 7|2 BHad § p-Fdolvlat whgAI7l thg 5438147
3lsh2 (11g)

HN TS
>f,:,j< (Iig)
O
o BPES Ae Wi

b2) 471 ek (11g) 9] st=S A3t Alobr=st whaA1A 318H4(11h)

oy
/\/\NJ\N’/,\N/\/\
j>[TL:ijﬂ:Ji]<' (tih)
N A H
o o] N
[::]’ 7[::] HNT NN CNH,
o sgEe dou, olAg H RINE

H
W-S-A1A 3t (11)9] FgHES dE 9 e gEAE
b3) 3}k (111)
Gi
vy
/\/\NJ\N’J\N/\/\ (”I)
N N

Oe Qe o] FFES F& ) EZAstA 7] SHEHE(100) EE (20003 ¥HEAIZ e
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[0083]

[0084]

[0085]

[0086]

[0087]

[0088]

[0089]

[0090]

[0091]

[0092]

[0093]

! (D

(11)

H
HZN/\/\N/\/N\/\/NHZ
N4-o}rl-2 H o]

=l

ne 1 WA 109 Fgrolal &

RS X239l

T UESA dlg29] bgE g eAE whgolal f7] spehe] % Aol
speA(D) S9 Riol Zzdopd, AT sk (D)9 shgh= Tinuvin NOR 371 (RTM), Alwp =3 AE A4

3}8tA(11) 9] 3358 Flamestab 116 (RIM), Al¥} 2FHAE An A2 Wt Ao},

2
o
=2
i
(m

rir

A gz S4E4dL Vet 4 3AEO At o5 ASEte NI YA ofvls
o 93] AtstAlA, o) E.G. Rozntsev et al.ol 28] Synthesis, 1971, 1920 71Al¥ u}
-H Al obqls kst s 9 YEF BAEo]ESt whgA7]E Ao 3, e v=
4,691,0155.¢] AJALE mpo} o FARSE WAl o2 AS 4 & tert-HEH JJ=RHSAO| =9} B
(VD jEEAI7]= Aol 93] =

o
b

w

B

{0 0111

o

] Al_g_o

(

[z i to X oo

an

p

Fol UESA 22 (A el NI 3hgtz) el A7l shghes ex5o] 9ol & BEHom Aol

Sith. olE EFe oA WHem Axd 5 gk o5l Alxe oOdd vE Edel AAlEe] Ak
-A-5,679,733%, US-A-3,640,928%, US-A-4,198,334%, US-A-5,204,473%, US-A-4,619,958%, US-A-
4,110,306%, US-A-4,110,334%., US-A-4,689,416%., US-A-4,408,051%5, SU-A768,1755  (Derwent 88-
138,751/20), US-A-5,049,6043., US-A-4,769,457%, US-A-4,356,30735, US-A-4,619,956%., US-A-5,182,390%,
GB-A-2,269,819%, US-A-4,292,240%, US-A-5,026,849%, US-A-5,071,981%, US-A-4,547,538%, US-A-
4,976,889%., US-A-4,086,20435., US-A-6,046,304%., US-A-4,331,586%, US-A-4,108,8295, US-A-5,051,458%,
W0-A-94/12,544% (Derwent 94-177,274/22), DD-A-262,439% (Derwent 89-122,983/17), US-A-4,857,595%,
US-A-4,529,760%., US-A-4,477,615%., CAS 136,504-96-6, US-A-4,233,412%, US-A-4,340,534%, WO-A-
98/51,690% 3 EP-A-1,803%., 53] US 4 442 2505 = US-A-6,046,3043.

e o
T

=
w
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[0094]

[0095]
[0096]
[0097]

[0098]

[0099]
[0100]

[0101]

[0102]

[0103]

SSS0ol 10-1454702

Absle U538 5,654,434%0 7| AE 4-3|==4)-2,2,6,6-ElEctvEdy el dat abslaae] Abslel fabs)
A AAE 4= vk, Ee A3FeE Absl WS ol EARS ARESE W0 00/405505 00 Z1AlE o] Qlvh. U EZAL
ol=(UEZ4 #z) 3}ste] AAgE 7]AlE oAW L.B. Volodarsky, V.A. Reznikov, V.I. Ovcharenko.:
"Synthetic Chemistry of Stable Nitroxides" CRC Press, 19944 Zto} & 4= 9]

Al o

olgte] AAle= & &

oL
tilo
oy
X
ol
o
py
(A
oL
s
i)

Az A
speta (D 9] shet=o] A%

speba (D] stgeE2 1-54 2,2,6,6-HEME A gd-4-S 25 Sdsto] sh7] whgAo] wehs E=
Chimassorb 2020 (RTM)<] At =<1 332

Cng\

o ¢4
)\/:j< >¢F\lﬁ< >ﬁNj< Tinuvin NOR 371

Chimassorb 20202 EP 782 99450 7|AlEo] i, ne 1 U= 109 Ao &3F&o|n M, (GPCAl <& oF
3000 o] E My/M,2 Aoz 1.2 oy},

19 E AR W27l 4, 100 g9 Chimassorb 2020 (Alv} ~FHAE] An|Ax~ QZE BT ALe] Algk #A|E)L
400go] EF4lol FrFsielvt. A Eo] 3=, 150g9] 7 Nax(O3s F7Fsith. 3=
C

Asholar, ® 230g9] 35% oA EAL &o& 5A1F Ulell Frbekal, 2EE 20T A 307

=

2 983 F, EFES 25CA 1.5 A7k ¢ wutg thE 35CE 7FAEAL E 500 g9
; 0 El

o
CE st of SEelM 5581 wwsddth. o] ERRE 2408 a5
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[0104]

[0105]
[0106]

[0107]

[0108]

[0109]

[0110]

[0111]

[0112]

[0113]

[0114]

SSS0ol 10-1454702

7] st el BEEel Az

C,H
’_L3 49
N |
NN NS — ey NS ——N—(CH)—N NN~
CiHs | 276 | (CH,)5 | Y C,Hqg
X T
CH N N
v I | T T c H/N\C H
CH; OCH, OCH; N OC,H OCH, 4759 o
3 C H 37
FAL]
|
OC H

37 AE Bl 15T 2 W7ela 834 oFAIEAL 8 126 g, 306 B0, 89 80 g B FE 67 g 7}
s 2.4 g9 QuC1E 15CAA Prhskvh, BT EFES 15CAA 1047 Bk wikdt F 38TAA 24
2ok wuwkslglth, WwRe FASA 24 Felshdrh. 156 £4 EDIA §9 Prheln A4 £FRES 30-
ST 1587 aegleh, e Fo) P54 S4e pelsha 71 4e $4 MIIEF goez A

, FRel S 7] oRE AASAL. vE

Tinuvin NOR 371(RTM)®] t}& 3t - HAJof A

-HE2 F9] 100g9] Chimassorb 2020 (RTM) (Alv} A=W AE] AnjAXxA Q@ FHO)E|E ALY Al# AF)S 3 ¢g
AU EF EA8kelA 50% BAFEREA 120 g3 WHSAIA 75T oF 7-9 A1ZF - Chimassorb 2020-UE
AU o] WMAF oFFIER & HYste] mHrE HSAo|l=E w9 g 8 TR Laxﬂﬂo}
WA pHE o] WEARS ALESte] 72 THETE. 140 o) t-§FEE&S HUHE v 100 gof HE=U)
0.2 g Cw(I)ClE F7kstdeh. #FAksba4(120 g)& F7hstar Wt TE 3B5CE %X] AT, Whg-o
7HA WA E 3BCAA FAAIZ T, oA ER B FrksiuE Mo] Z3ES FIlekAdrh. t-
ZF(15-20 mmig)sloll Al SFAAS AL t-FE22 oz X359k, 60TANA 3083
3ok, WA pHE *Eu ke ARE 6?04 = iéﬂ‘;ﬁ:}. EDTA Al#-& AAstar A4
Eskal 80T FelA dAe FFo= o, g 117 g5 A B

ﬂl

o

g
o

o,
(<]

o
=
=
&

NG
lo n1m olo

~

)
i FJ 4E

L o

fo (T (L o O ¥@ mx 1o 7
Ho -

e

Ho of

A

g ot fu [ oo
i) ‘
o &

2 Ao o
N
M o

[n}
;E

1

Tinuvin NOR 371(RTM)®] t}& 3t - AAJo B

2ol F QLEZHo]H A, 2 9 50 g9 Chimassorb 2020 (RTM) (Alv} A AE] AwnAxs o=
E el = Abe] Al Al 70 gJ 50% 4*&5}**3 —‘?—7} St SEZYo|BE 2 ulole] o|alslelas) &
7 7FEAI 7)o = A 58 CE 7FEET. e & 12A17F &<F 3H3te] Chimassorb 2020-HE S48

Fn f“lo

AATE. o] ukg =S 100 gof t-H-ghEol %’—7}0}1 55 g9l FEIELHE|= # 0.2 g9 Cu(D)Cl& H7F

sHalth. Wb 2EE 35TR frAetdA Itslra(65 )& FUlein. of MAE ubge] ¢sd w7 35T

Al FAAZT. 250 m1e] 10% BIUESR F&AS AAs] Frbstal 2 EFES 70T 2.5 AR St
]

olN
:1ru
l
N
lil 3 ol
b=
L
)
o
tlo

i
o
2 E

©

1=
wekeltt. 48 EEEit. R &/ 5SS FEA 23(15-20  mmHg) el
o= WA, WA pHe %‘:94 NS AFREle] 7R 248U, EDTA AlH S HAstn = YHES 95 =
Froll oJal Fejskar E 80T ollA HAFRAIA gk FFoR wEIY. 78 51 g W XF.

Lo

Chimassorb 2020-UEZAZ5E TINUVIN 3713 A|X£3h= thE HH - AAld C

Chimassorb 2020-HEZ2A (5 )< 60TCoA HEE2(20 ml)o] €A AT, A IEF(1.36 g)o] E(25 ml)ol
Lalld &ANS FUbs oS (9 % FIFelth. o] ddAS 60T A wwkelar, I 30% IAikstga (7
n)E 305 =0k AslEdu). o] & E;»’j S 90T E AA3] 7hdstar = 90T oA 4-8417F HoF wykaldTt.

#g. e wdsta AAAT. #71 de G0 m)E AREStY FEE o dEE(300 ml)el
A7bekdet. wmbsbd A = (50 ml)& F7betil, E SMIMER #8AE FUte R pll dhE 8-92 248l
O AEes ousta & ARgste]l 3 A ts 60T AFelM Hok® Ax:AZG & 4.64 g
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[0115]

[0116]

[0117]

[0118]

[0119]
[0120]

[0121]

[0122]
[0123]

[0124]

[0125]

[0126]

SSS0ol 10-1454702

Chimassorb 2020 (AW} 29 AE] Aujdx AQ@ZFYJE|= ALe] Al AF) (10 g)& 78TolA t-
A ZATH13.2 ml). 45CE YA 2, E(2 ml)d 34 mge] EHZuaAJEFo] L3318 &9
(16.8 ml)Z 2] 50% HAtetFAE 45CoA A7lslsit). o] E3HES 45TAA 18A1FF &<F uyts}QiT),

GIHEF(2.72 90 E(13.2 mD)ol &dA7] & 7] EFE F71e tS FEe(18.2 ml)ol H7}s)
E(14.3 ml) 59 30% et E 53CAA A7FstATt. o] £FES 78-82Col A 5AIZF &<t wwtslglt),

A R Bl A e ] A8 R0 phel s SIS el s
of pHE 8-9% ZASATH. o EFBEL 25TAA 1A Bok wukstn, NS ofustn, B2 el AF
@ e 60T AEstelA AZAZTH $81 11.43 g(95%). WAL = B

371 ghera o] ghghEe] Alx Uy

C4Hg\ ;34}-{9

5 I | cHy >
4Hg OCZH OC2H5 N OCZHS QOC.H 4 "9 CAH
C,H;
i
OC,H,

48.3g¢] Chimassorb 2020-UEZ240o] 150 ml¢ EF<le)] gafd gl 10 g¢ oFAEAL, 8 g9 30% 4 H0,

o
g9 9 6.8 go] maveota=s R, 0.2 g9 CuClE
oA 1047 S Ak thE 4 g9 30% W0, & F7kska 48TelA 4/\17& %cz_} e 741@5}

k.
S FAEt 27 S ®EElskglth. 15% EDTA 89S F7ista AAge E3hES 30-35TolA 1583F wuksksl
ot} ofsk BN FAS BEstn T §7] S B EF FEdo0z HHEAL. o] EEES 1587 wuket
I, 4 g & BES 7] JoRRH FSHHeR AASINY. SulE AFsA FRd s Al
9.8 g9 §3FA ¥XES ATt AEA 719 EAE= NReY 9& SHE

Chimassorb 2020-UEZ2(5 g)<& 60CoA Feh&(20 ml)o &HA AT, E(25 ml)ol AFIEF(1.36 g)o]
Lalld §AE FIES v ofMELEE=(10 m)E 7T, o] olddE 60CAA mukstar, 30% HAks)
F2(7 n)E 3087 A7FsATE. o] EFES 90CTE AA3] 7FAstar T 90Tl 7AZ Fot nnkE i),

ol
Byl AT 7] e B(50 m)E FE8 ohS HERS (300 ml)ol A 7Fetqit).

$Y: g 250 )&
WSEA RS, E ENIER £E0 GO pll e 892 2R, HERL oldsu &
2 58 A S 60T AFSANM Aok ARAAT £E: 4.35 g (69%). WAL =E P

-5 H &

2
A-2,2.6.6-HEHE-vAgd-4-20 25
-Q

LR EA-2.2.6,6-HEZHE T H -4

I




[0127]

[0128]
[0129]

[0130]

[0131]
[0132]

[0133]

[0134]

[0135]

[0136]
[0137]

[0138]

[0139]

SS=S0ol 10-1454702

76.5 g (446 W] E)e] EgjopHEOFU-N-£2L 350 mlo] olghe B 20 ml9] Eol EIMAIFTE. 439
1.5g9] oFMEAL 2 0,659 CuClg A&ollA Br4akolet. 57 mlg] 30 % FAkslFa 8008 247k
ofstar, whg 255 25-30C% FAstalth. 6A13F F 15 mle] ksl

So& 300 mlo] t-FEvE JHEE ARESte] FAA7IaL E 27) S
Ab gl =, 84 SIUER &, 34 3t HEF &9 B 23} 93 YE

A GEF ellA AdzA7a E v gtez dFatelA s dxd wzA] SEAA 91 g9 A L
>

¢

~

k. AAES ZH(AE 75-807TC, 0.1 Zajutob)o] o) AAste] 78.1 g(82%) ¢ WAES A},

1o o
tlo o

ne. oﬂ

NMR-#el8: "H-NMR (CDCly), & {(PPm): 0.95 (t, 3H), 1.14 (s, 6H), 1.28 (s, 6H), 1.55 {m, 2H),
2.33(d, 2H), 2.54 (d, 2H), 3.81 (t, 2H).

PC-NMR (CDCly), 3 (ppm): 10.9, 21.8, 22.5, 32.5, 53.3, 62.9, 78.4.

>

-[1-(Z2FA))-2,2.6,6-H Ectid-v d e]gd-4-A ] dl |-o}wl, s}et= R

18.7 g (81.5 ¥ &) 3IE 0= 100 ml o wghSo] f|A7]L & 7.0 g9 n-F-golyl 2 10 g9 I} E
FIFeTE. o] & %L%% 13C-NMR 2= EF]o] ZuEZo] AgtdS Yehd wfj7bx] Ao 4 wwksgit.
] %UH‘OJ %HELOH ‘046H 214 g° _i"}l: 3*4‘3(98%)a \:}%Tj[‘ 9_03]

olo mlo

o

NMR 191 : 'H-NMR (CDC), & (ppm): 0.93 (2t, 6H), 1.04 (s, 3H), 1.09 (s, 3H), 1.25 (s, 3H),
1.28 (s, 3H), 1.35(m, 2H), 1.43-1.61 (m, 4H), 2.0 (d, 1H), 2.20 (m, TH), 2.41 (d, 1H), 2.58 (m,
1H), 3.37 (m, 2H), 3.75 (m, 2H).

PC-NMR (CDCls), 5 (ppm): 10.9, 14.0, 20.7, 21.9, 324, 33.1, 40.9, 50.5, 51.1, 61.8, 62.2,
78.4, 167.8.

FE-(1-22 % A1-2.2,6,6-HEZGHE-T 2] d-4-)-olql, 3}3E S

Z~HIH 27 QEZHolHA 0.5g 10% Z&E/EHAE 100 ml HEE o 21.4 g(79.7 &) 33E Ro
S3lel g FIIEgt. LEZH | BE 5 Hlole FAE o] &slo] 7Ihstal 60-75Tol A 20412 FQF nRk
tdtk. o] WS E3ES AglolE AoA ot WErES g AASe] 21.1 g(96%) e FA uAES
At

NMR @08 : "H-NMR (CDCly), & (ppm): 0.93 (m, 6H), 1.17 (s, 6H), 1.19 (s, 6H), 1.2-1.31 (m,

2H), 1.32-1.37 (m, 2H), 1.41-1.47 (m, 2H), 1.51-1.56 (m, 2H), 1.71-1.74 (m, 2H), 2.59 (i, 2H),
2.73-2.78 (m, 1H), 3.69 (t, 2H).

"*C-NMR (CDCl), 5 (ppm): 11.0, 14.0, 20.6, 21.0, 21.8, 32.8, 33.3, 46.8, 48.2, 59.8, 78.4.

FARHA, 1-Z2FA-2,2,6,6-8 EgtE-Tdgd-4-d-o}7l, 3FE QE weS Fol gRole] W A&
ARGBAL Fastel] oF)] Axd 7 gl

NMRele : “C-NMR (CDCl), & (ppm): 10.9, 20.9, 21.9, 33.1, 33.2, 42.1, 49.8, 59.7, 59.8,
78.3.

471 e A WA 894 opv|wst e e

Hel-(1-Z2Z -2 2 6,6-H EztrEd-g g d-4-2)-o}7l | 3}
Z2Z -7 d-4-9)-3A-1, 6-t]o}l, 3IFE PR H3d

Zulol=/FRaeo]l =8 ALge I 93
= N N'-H]~-(2,2,6,6-HEFGHE-1-

i) 1‘1

e S,
1t

-1.6-t]o}7l, 3}3te

4>

NN'-H]2-(2,2.6,6-H Ectrd-1-Z 2 ZA|-v] Al 2] d-4-9)-¥4

rf

32.5g (0.15 mol)<] 3= 0, 9.3g (0.55 eq.)9] 1,6-T]o}H|
70C 9 25 wlolol| A Hofz FAaBIAF L. o] WS EFES o
A 2 38.8 g(100%)S LA},

P
ik 220mle] Weke 9 0.75¢9] 10% Pd/CE
y

Behil FURAL FUAA o BAL HE
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[0140]
[0141]

[0142]

[0143]

[0144]

[0145]
[0146]

[0147]

[0148]

[0149]

SES06 10-1454702

NMRAc1z - 'H-NMR (CDCl), & (ppm): 0.95 (t, 6H), 1.15 (s, 12H), 1.18 (s, 12H), 1.20-1.26 (m,

4H), 1.34-1.36 (br m, 4H), 1.46-1.49 (m, 4H), 1.51-1.58 (m, 4H), 1.72-1.75 (m, 4H), 2,60 (t,
4H), 2.75-2.80 (m, 2H), 3.71 (t, 4H).

"*C-NMR (CDCly), § (ppm): 11.0, 21.0, 22.0, 27.4, 30.6, 33.2, 46.6, 47.0, 48.1, 59.7, 78.5.

1E-4.6-0F2=2-1.3.5-Eg]o}x-2-9)-(2.2 6 6-HEHHE-1-ZT2 Z A -d ] d-4-2)-o}wl | 338 S

125 mlo] Aol 24 g(0.13 B)°] AskAolrrt Aty Fekolo] 5-10TIA 35.2 g(0.13 B9 3AFE RS
MAE Hobekelth. o] ERES 40CTE AMAE ZF2AI ok 29 g(0.145 &) NaOH (54 20%) &
PRSI 40CeIA 2.5 A2k Bk akd F, AES Askn AT GLOT >08% AAEE dEg. T
T ’ : Al T y

Z= NMRol| 213 18T},

335 S @ PE AFR3F Tinuvin NOR 371 (RIM)&] A%

A BYsta 7] A4S 70CE 719E v 33.2 2(0.065 B)9 3¥E P 2 33 g9
.20 2(0.15 B)9 30% FABIVGER F8AS Hold 5 7 EFES 80TolA 2/
ATh. o] FEE NRE IRIsgith. =AL 45 Esgltt. 7] 42 25CT=2 %ﬂv\]ﬂl‘ T2
dolHZ HHTh 66.4 g(0.13 )2 3§E P % 28.6 g(0.143 E)<2] NaOH (543 20%‘—2— H1e & o E
£ WUEsla 175CRE 71ty oA 4417 B¢ WAET. 25T 2 WYZAAIZ §F LEZ Yol HoA

< AASAHBOTAA). T2 NMRZ EA3FITh. Mn/Mw (GPC) 1700 / 3300 - 1900 / 3800. %t

ke BstE P 42 oF 6% (AA%) oAt

2-E 224, 6-¥ (T FEoln| i )-s-Eg o} 7] W52 2 Tinuvin NOR 371 (RTM)S L Utt.

spetA (1) 8] speteel Az

>

oD s EoplEeltl Y Agsh 4-315%2,2,6,6'- A £ 2 B-1- S A 2
A o7 WSEAd ek Az GE de AZA o ekl sk gol B THTE B
4= AbgaE Aol

it

Na-o} el

NN
L
P N N

by Iy
oy Cey

Fiamestab NOR 116

2] obi Eobgl-N-% 4]
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[0150]

[0151]

[0152]

[0153]
[0154]

[0155]

[0156]
[0157]

[0158]

[0159]
[0160]

[0161]

[0162]

[0163]

SSS0ol 10-1454702

50.0 g (0.322 &)< EgolxEolvle wRtE = 38| 3.94 g(0.01 E)9 BHAUMYER o3& U 25_0

mle ES 5CoA Frpstm 1A7F ool 71.4 g(0.63 )8 4 30% IAEEAS FEobsigitl. o#AA A &
FES 25CE 7HEsta 21A3 B¢ A aksldith, gabdES A BEvk A4 uzbx] $oska EolAlE
OFRI-N-%4& F 150 ml9] tert-F-EwE oHEE AH&ete] 33 FEth. F7] &ulE WATolA 3] A
Aste] 51.5 g(94%) 9] AR ES A3

il

1Al #2803l I 94]-9.9. 6. 6-El Ectulel-| el el-4-2, B C (T 4] weAe A

II

6.8 g(39.9 HE)9] EolAEoRIN-54S oetE 2 =9 2:1 & SAIHT}. 4.5 g9 1,2,3,6-H
el 2l =2 =s 2re oS 5.7 g9 FA 30% HatseA 2 54 mgel G (1D)E Rrbeit.
o] EFES 25-35TellA] 243 St wnkslgieh, 12417 § 3.8 g9 H202& F7helqlch. HAe] whg E3HE
< 80 ml9] tert-FEWE oEZE AREslo] A7 thg 20 ml] 0.1IN NaOHE AM&3te] AlHsia, & 2
s} dAslUER &Aooz 23] AFHTE. f§7] S I HEF A dERA7)a E v te g 7 F st
sl dxd wrA] FEAA 7.22 go] BAET2%) S AT A GC FE > 956.

R

NMR<l# : 'H-NMR (CDCI3), 8 (ppm): 1.21 (s, 3H), 1.30 (s, 3H), 1.55 (m, 1H), 2.03-2.31 (m,
6H), 2.41 (m, 2H), 2.60 (m, 2H), 4.03 (m, 1H), 5.60 (m, 2H).

PC-NMR (CDCL3), 5 (ppm): 23.0 (2C), 25.0, 28.6, 31.5, 34.1 (2C), 53.5, 79.1, 124.5, 126.8,
- A]éi@l%‘_%'\l 2,2,6,6-Fl = D-T A2 tl-4-2, S B AFRIAANEAZRALUINEE ALEao &

T8 64%; A

NMR#el8 ;: BC-NMR (CDCls), 8 (ppm): 22.9, 23.3, 25.0, 25.8, 32.4, 32.7, 34.0, 53.4, 62.9,
82.5, 208.8.

BE-[1-(ANE2E8-3-d5A])-2,2.6.6-HEZHE-F Fad-4-d el [-o}7, 3}3HE M

g (9.9 2g5)9] §]r6]’ CZ 15 mle] vlghgo] g&jA7]a = 0.78 gJ n-F-Eebwl 9 2 go] S EF
}swwr 13C-NR 2HA7E EuEde] At vehd wzhA deeld 37 £FEe asgiv. w
St =) 9_1

=
dES oldetal & %uﬁg SHAIA 3.0 g9 &5 BAE(99%) S cMTﬂr

o

NMRAE: 1H-NMR (CDCl), 5 (ppm): 0.94 (t, 3H), 1.03-1.71 (m, 16H), 2.01-2.29 (m, 6H),
2.41(m, 2H), 2.60 (m, 2H), 3.30 (m, 2H), 4.00 (m, 1H), 5.59 (m, 2H).

C-NMR (CDCl), 5 (ppm): 14.0, 20.7, 20.8, 21.3, 25.0, 26.2, 27.1, 28.7, 31.7, 41.3, 50.7,
51.8, 61.8, 62.3, 78.8, 125.0, 126.8, 167.4.

AbsHAl, FE-(1-AZ2 294 8A]-2,2,6,6-H EgtrE-T H g d-4-d 2] d)-o}%l, 335 L

e e [ B S =

e Ho
rlo
oty
s
e
oo
fetl
4z
a

C-NMR (CDCL), & (ppm): 14.0, 20.7, 23.8, 25.8, 29.7, 33.1, 41.4, 50.5, 51.4, 61.8, 62.2,
82.0, 1868.3.

FE-(I-A 2 EA-2,2.6.6-HEdH -9 g 2] d-4-91)-o}nl, S}et= D

400 ml 21~ 7 SESFo)HAN 200 mlo] HEE Fol SFE N 30 g(98 HelE)o] FaH &l 2.0
g9 10% ZetE/eAx2 Brlenh, o] S EZgolBE 5 nlofe] fasl a7 7Fekala 60TA 2.5 A7 Hot
AHFEITE, o] WhS EFES AlglolE AoA] oFEla WSS ATl AASAY. F53 odd BAS

2% AzuE e u) (/b E 4:1, 0.5% Ed]ol oo H@sle] 28.1 g(94%)9] +53 AHES AT}
w4 517
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[0164]
[0165]

[0166]

[0167]

[0168]
[0169]

[0170]

[0171]

[0172]

[0173]

[0174]

[0175]

SES061 10-1454702

NMR ) o]2t: 'H-NMR (CDCs), & (ppm): 0.91 {t, 3H), 1.10-1.28 (m, 20H), 1.34 (m, 2H), 1.47 (m,
2H), 1.53 (m, TH), 1.73 (m, 4H), 2.06 (s, 1H), 2.61 (m, 2H), 2.75 (m, 1H), 3.59 (m, 1H).
"*C-NMR (CDCl3), 5 (ppm): 14.0, 20.5, 20.8, 21.3, 25.0, 26.1, 32.8, 33.7, 35.0, 46.7, 47.2,
48.2, 59.8, 81.9.

U AAYELS FE-(I-AF2AEEA]-2,2,6,6-ElEgtvE-T o d-4-ded)-o}7l, e LZHE 23}
o FAHAl ARE 4 Utk & 98%; WA A,

2, 4= A [(A-A SR AP 5A-2,2,6,6-H EtD-v] sl g d-4-e) B otr e |-6-F 2 2-s-Ee]o}x], 3}5& F

5.0 g(16.1 HEl&E)e RE-(1-AZ2AH8A]-2,2,6,6-ElEtHE - 2] d-4-Y)-0o}W-E& 40T 1.49 g9
AeAloRF= B 35 mle] A EFEC] RUlEit. FAFUEFS Bobsta 1 EFES 70TAA vk
o] &x ¥ w7k wdkelit). o] £FES WAstE ES HUIE. #7] A4S IN HCL 2 & ARgst] Al
Hatal, A EF oA Ax:AI7I E f7] A4S FFoA AASAT. & 5.9 g(=); WA EE,

NJ

NMRHl<1=1; "H-NMR (CDCls), 5 (ppm): 0.94 (m, 6H), 1.15-1.40 (m, 39H), 1.49-1.61 (m, 10H),
1.62-1.82 (m, 8H), 2.05 (m, 4H), 3.32 (m, 4H), 3.61 (m, 2H), 5.00 (m, 2H),

"C-NMR (CDCly), 5 (ppm): 13.9, 14.0, 20.3, 20.5, 20.6, 20.8, 25.1, 25.9, 31.8, 31.9, 32.9,
34.6,42.3, 42.5, 43.0, 43.5, 46.0, 46.1, 46.3, 60.2, 60.3, 81.9, 82.0, 164.6, 164.8, 168.9.

2.4-912-[(1-524-2 2 6. 6-HEWE - d-4-d) R Holn - |-6-FZZ-s-Eg]o}xl, 3l3tE |

25 g9 NN'-URE-6-FZZ-NN'-8]2-(2,2,6,6-HEH €~ 42| d-4-0])-[1,3,5] Eg]o}xl-2,4-t]o} 11
70 ml19] EFddo] gafA . o] EFES 10CE YZA7] I 24.8 g(2.8 ) 40% FolAEARS 34|
o AA F1siqitt. o] EIES 30T Hokx wwkalgith. o] EFES 100 ml EFAOE 3271

E3t S EF &9, & 9 X3} ¢3) YEF &0 AFHsgn. SR ER oA dx=A &, 77
E ZFolA AAst AHA oA} IARFES Fdon, oS WAt FH AN Ao Wt F&:

12.6 g (48%).

o 1~F“ ) rulo

2. 4-0]2-[(A-ANF2AH2A-2,.2,6,6-HEZHWE-T g 4-g) FEoln - |-6-Fa22-s-Eg o7, 33= F

6 0 g(10.6 "l &) 2,4-0]2~-[(1-54-2,2,6,6-El Egv e - gl d-4-d)-FHolu| = ]-6-F 2 2-s-Eg| o}zl

S 30 mle] EFA, 30 ml t-BuOH 2 2 ml2] olAEXte] &3AH . 2.4 g9 AZREAMII2EAAHI = (2
%%H 2 37 mg«] CuCl Bolsldth. 5.0 g(4 )9 30% £ H202E 1.5 Alzkel Ax] Rrtetgint. o
ES 40CoA Hokg wuksigith. o] EES 100 mlY TBMEE 3|AA|7]aL & 20% o}FAVMERF &9,
EANUER &9 B 2 ¥3 93t YEF §do2 A, 3 YEF oA Az=A7 &, f7] v %

m ot

b ndt

pud

QAN AARGT. AREE 29 AmohEoaes) (/A8 okl 09:)AA 3.3 gzmel S
gtk WA g,

NMR #918:"H-NMR (CDCls), 5 (ppm): 0.94 (m, 6H), 1.15-1.40 (m, 39H), 1.49-1.61 (m, 10H),
1.62-1.82 (m, 8H), 2.05 (m, 4H), 3.32 (m, 4H), 3.61 (m, 2H), 5.00 (m, 2H).

*C-NMR (CDCHL), & (ppm): 13.9, 14.0, 20.3, 20.5, 20.6, 20.8, 25.1, 25.9, 31.8, 31.9, 32.9,
34.6,42.3,42.5, 43.0, 43.5, 46.0, 46.1, 46.3, 60.2, 60.3, 81.9, 82.0, 164.6, 164.8, 168.9.

FAVSHAl,  2,4-H]12-[(1-ANZF 23 ~-3-0dLA]-2 2,6, 6-H EetHE-3 # g d-4-Q ) R ol = |-6-F 2 2-5-E
gdold, 3gE G= 1,2,3,6-HEHI=ZHAERLU S| =8 ALE3te] AxT 4 vk, F&: 30% WA, oA

aLA.

NMR l15: 'H-NMR (CDCL;), 8 (ppm): 0.8-1.0 (m, 6H), 1.11-1.34 (m, 32H), 1.42-1.80 (m,
10H), 1.96-2.23 (m, 8H), 2.43 (m, 2H), 3.32 (m, 4H), 3.60 (m, 1H), 3.92 (m, 2H), 4.99 (m,
2H), 5.58 (m, 4H).

"C-NMR (CDCl;), & (ppm): 13.9, 14.0, 14.1, 20.0 (div.), 20.9, 21.0, 25.0, 29.0, 32.0 (div.),
33.1, 332, 34.6, 42.0, 425, 43.0, 46.0, 46.1, 46.3, 60.0, 65.4, 78.8, 78.9, 125.0, 126.7,
164.1, 164.5, 168.4.
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[0176]

[0177]

[0178]

[0179]
[0180]

[0181]

[0182]
[0183]

[0184]

[0185]
[0186]

[0187]
[0188]

[0189]

SES061 10-1454702

9 4w [(1 N g e e -3 d5A1-2,2,6,6-H Eehi -5 g H-4-Q) Frlopul e ]-6-2 R 2-s-E ok, 3
FE (2 E2doA §}(10% Pd/C, 5t} Hy, 60°CIBFA] 2,4-8]2-[(1-A 2288 A)-2,2,6,6-8 =2} d-
TJ']YA]E]Q_ZL_OE] E—%O}U]i]—G—g‘ii_S_an]’;ﬂ, ﬁl.t;:‘j]—% F= Oégi]:]— f,:'% 97%; H_}]]/_\lll .‘lj_'%

1A ERFHEA-2,2.6.6-HEAH - A e)d-4-=, 35} [

1.0 g(5.8 &) 1-54-2,2,6,6-HEvE-9 7 2]d-4-= (Prostab 5198, Au}
Y olg =9 ]-‘& AE)E 5 AEL/E(1: D)o fA7]L E 2 nle AFEIANA-FI=
o] 30% Akt A FE&HAS FUleith. A2olA 25 mge] CuCls F-71ekith. o] wh
o upksle] HAS H= foS Art. 30 ml] tert-FEHE HZE FUleta
4E 10% ot=z=B2t &9 2, 34 EIUYEF &, 34 st yEFE &9, 3 ¥
= ARG, B FEE A AEAZIE chsow Al 2as Az

ssaE ANAs Q1
Bookd)s =, olo] 5 ml
o)
o

i

=
24 BYRAT. 77
Q_ )}

e 29 AzvkE A (/AR 13: D0l o8 AA] 1.05 g(700)e] AHES Ak WA 1A
NMR: "H-NMR (CDCl), & (ppm): 1.13 (s, 3H), 1.20 (s, 3H), 1.1-1.3 (m, 8H), 1.50 (m, 6H),

1.70 (m, 4H), 2.05 (m, 2H), 3.61 (m, TH), 3.96 (m, 1H).

"*C-NMR (CDCly), 5 (ppm): 21.2, 25.0, 25.9, 32.8, 34.5, 48.8, 60.0. 63.4, 81.9.

G, 1A 2R 3o dSA-2 2.6.6-H EdtE-T w0 t-4-& . FFE N 1.2.3.6-HEs S a2z

A3 =g AFEsl] Ax % T AU
S 78%; WAl 1A,

NMR =15 'H-NMR (CDCl), & (ppm): 1.16 (s, 6H), 1.22 (s, 6H), 1.49 (m, 2H), 1.83 (m, 2H),
2.04-2.28 (m, 4H), 2.41 (d, 1H), 2.58 (m, TH), 3.98 (m, 2H), 5.91 (m, 2H).
"C-NMR (CDCly), 5 (ppm): 21.3, 25.1, 28.8, 32.0, 34.5, 48.2, 60.2, 63.4, 78.8, 125.0, 126.7.

1A 2 A $4)-2,2,6.6-E] v El-5] 2] 9-4-9)-E 2 el-4-A EA} o ~e] 2, SHEHE K

38 (1.8 We®)2) HFF 12 15 nle] Fah ool $a441713, E 0T 145 o] Eeloleobnl 2 2.3

gJ p-EFAAEY FRE|=E FUleldnt. o] EFES Ao 4z wdkelar, T 1.2 g9 p-EFAAE
d ZReo|ng FUhE F 40T 244§ § sk, o W EFEE 50 miol A8 Wddos

M7, B 7] & B, INHCL, NaHCO-89) 2 9= A&H oz AH3ith. NaSo, delld dxAzl

¥, EREL oustn §viE gl FRAALG. 24 FFES 2P A=rhEou(Ra/obE 49:1

T, wwE=E =

— 9:Dell 9] AAste] 3.3 g(69%)2] WAELS AUTH; WA 1A,

"H-NMR (CDCls), 5 (ppm) 1.04 (s, 3H), 1.1-1.25 {m, 14H), .51 (m, 1H), 1.60-1.80 (m, 6H),

1.94(m, 2H), 2.45 (s, 3H), 3.55 (m, 1H), 4.71 (m, 1H), 7.31 (d, 2H), 7.78 (d, 2H).

PC-NMR (CDCly), § (ppm): 20.9, 21.6, 25.2, 25.9, 33.1, 34.3, 45.4, 60.0, 75.7, 82.0, 127.,

129.6, 134.2, 144.5,

FABA, 1A 228230l 4 541-2,2,6,6-H Eehl -3 o 2] D-4-U-BRd-4-HEDY o2El2, BFE I

1A F R A oY G A2,2,6, G- S DA 168 Agetel ARF T+ Ao A 6% 9

A,

'H-NMR (CDCL), 8 (opm): 1.05 (s, 3H), 1.13-1.25 (m, 12H), 1.53 (m, 1H), 1.69 (m, 6H), 2.00
(m, 2H), 2.43 (s, 3H), 3.59 (m, 1H), 5.37 (m, 2H), 7.35 (d, 2H), 7.76 (d, 2H).

¥C-NMR (CDCly), 5 (ppm): 21.3, 23.8, 25.0, 25.9, 32.4, 32.8, 32.9, 32.9, 33.0, 58.2, 60.7,
76.0,82.3, 119.9, 127.6, 129.2, 134.1, 136.5, 144.9.

o) WAGIA 548HMeOH, 5% Pd/C, 5 vhoke] My, 40°C)l ©)8) 1-A122eA8A-2,2,6,6-¢ =2l -5 2] ©)
4-Y-EFA-4-HEL o) ~H 2, FFE KE dvh & 94% WA A,

FE-(I-AEZIA T EA-2.2,6.6-HEAH -9 Fe]d-4-2)-o}nl, 3}g= D
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[0190]

[0191]

[0192]

[0193]
[0194]

[0195]

[0196]

[0197]

[0198]

[0199]
[0200]

0.5 g(1.228 &) 1-AE2HA A ZA]-2,2,6,6-E-Efie-g g d-4-d-EFd-4-H E4 d2HEE 3 ml9
DMSOell &-sl|A1Z1ch, 1.1 F&Fe] N-F-Holvls Frlsta 1 E3ES 70TCAA] TLC 4ol EdEZe] bk AL
g4S Yebd wrix] wEkslgith, o] EFES 15 mle B2 F¥stn = d3 Wedds AFgsle] &8

) %MJ LP

f7] A 3N Wi YEF &9, 34 dst YEF £ 9 %3} g3 JEF g0 AHT g
B geld AZAAY. £ SuE AN AAGD T ARels LU 1
2kl oMol E 5:1, 0.1% Eddgolvl) Agstdct. 2719 F8 £8S EEsnt.

S8 49 mg (13%) 3Hg%= D.
78 mg (27%)9] 1-AZ=23AALA]-2,2,6,6-FlEgWE-1,2 3 6-HEzs=2-9d

"H-NMR (CDCls), 5 (ppm): 1.1 (m, 3H), 1.21 (m, 2H), 1.23 (s, 12H), 1.55 (m, 1H), 1.74 (m,
2H), 1.85 (m, 1H), 2.09 (m, 2H), 2.22 (m, 1H), 3.62 (m, 1H), 5.39 (m, 2H)

C-NMR (CDCLy), 5 (ppm): 21.3, 23.8, 25.0, 25.9, 32.4, 32.8, 32.9, 32.9, 33.0, 58.2, 60.7,
119.9, 136.6.

FAREA, FE-(1-A R A3 D8 A]-2,2,6,6-H E gl 25 2] Y-4-o))-o}ul, FHEE N 1
3ol d5A1-2,2,6,6-H Ecte -T2l -4-A-BFel-4-HEHo R RE] st Az S vk FE 9%

ERIEE )

o] @AA F23F(MeOH, 5% Pd/C, 5 Hiolo] Hy, 40C)ol 93] FE-(1-AS 2 HEA-2,2,6,6-H| EtdE-7]

Hed-4-¢)-o}%l, 33 DE B}

Flamestab NOR 116

6 g (8.2 FElE)Y SFE F, 0.47 g (2.7 dEl&E)9] NN -H[A(3-olu| =z d)oeatjoly] 2 1.7 g(8.5

g =)o 49 20% NaOH &Ho] E3ES 125Ce] LEZHIHAA 18A7F &<t 7HEstsitt. o] 2dES 25

T2 YAA7]a, Aoz AT oy 45 AAS AT, 771 45 & 2 23} NaCl &= AHg o

5 A UEF oA dxA71a, ot oA Y] A sFAREY. &2 Y& AA8] BlEEE
A dgNSs 253 AYsta, oFstm, o7 AolaE HUXA|A WA

Fag %]
425nm 450nm 500nm
(Flamostab® NOR 11
Flamestab® NO 6:
CAS-no. 191680-81-6) 68 75 84
F3E C, D, FE E3}lo A=F
Flamestab NOR 116 79 86 03

A7 Felo] Fo A4 F5 A6l s FA4H whsh 2ol 0.1 ppn Hwe| L},
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