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dl, o5& geolA 10° S/em Xé ] %%T‘?_— OL AEEES 2] wjZo 2ol 2es= d7]sst

BN
1= E7F v girh, ExpALE $%*é§ %0171 At
I 039"%% E#oF st=dl, ol fd A AFEo] s A& (Macromol Chem. Rapid
Commun., 7 (1986) 115) T=¥ EZ~9kA (J. Am. Chem. Soc., 106 (1984) 6845)S FALEE o] &stA vt B4 24
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Sources 119-121 (2003) 448). 1¥|\} Ni A=49 ALte AlolE8 &8 oF 530 AL #ERT. o]zt
W$o 8L AEA FEE gF B2He g5 Fd ofste A5 gl FEEHsE x2Yshy] Wil sew
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[0367]

[0368]
[0369]

[0370]

[0371]

[0372]
[0373]

[0374]

[0375]

[0376]
[0377]

[0378]

SES0 10-2775615

[Aze] 1] @ N-gE-(B2-EgEFe2vedxd)ov= (&E-TFSDY §A4

£ 2o ot gl n—— SO2CF3
/\\/“Hz + (CF3S0;,0 B R
222HE S0,CF,
Allvlamine
@ & -TFSI

40 ml FEEFE] dHolwl (0.5 g, 8.76 mmol) T Egodoldl (2.0 g, 20 mmol)S -40 TolA = 3}
o) 5.0 g9 EfEY FE (18 mol)S HA #9714 H7FstE. &HES ARoA 4A7F F¢t uylal

& b skl A Al AT, Fe A ﬂﬂ§4MNmH%mPﬂﬁﬂﬂﬁ‘3iiE%
I FEAES IR 3/ 5, oA F22FE 30 nl2 33 AFsEY. gSoeg, f7
EE TrMeSOE AXAIA AFEdnk. FE el A %iii%% AAs ] AAE (N-LH-(H2-EgZ

¥4d)oln|= N-Allyl-(bis—trifluoromethane sulfonyl)imide: &=E-TFSI)E AAT}.

-
fo m

fr
I
-

e

I NMR (300MHz, CDCl3): ppm 3.32 (m, 2H), 5.15 (m, 2H), 5.83 (m, 1H); 13C NMR (300MHz, CDCls): 40,

114.9, 134.3, 145.9: F NMR (CDCls): ppm -79.8 (s).

[Azd 2] : N-SE-EEFe =z E = (FH-TFA) S 4

Eg g gorel N/SOQCF'L
i, Nl % (CF380,),0 BN N
= 222EE 'H
Allylamine

@ & -TFSA
Mmlgiig%ﬂ%ﬁﬁw (1 g, 17.5 mmol) ™} Egodoldl (2.0 g, 20 mmol)S 40 ColA £33 =&
o 5.0 go EgZY FFE (18 mmol)S A& E97)dA AH7tsldtt. fAS Ao a] 4A17F Tk myksla
Iy BEdS 2% %MW AlA oFOﬂB‘r G2 A4 HAE 4 M NaOH 30 mlell &|AA SE2EZXEE 25 mlZE 33
vah,¢ﬁ@% HCIZ ZF3AZ F, oA S22EE 30 mlZ 33 AFsdn. agla UM, §7] 5%
il o 73181t {1% stol A SERZEES AASY AHE (N-CH-EfZFozved

Folu]l= N-Allyl-trifluoro-methanesulfonamide: &=-TFSA)S AT},

1 19

H NMR (300MHz, CDCls): ppm 3.9 (m, 2H), 4.9 (s-broad, 1H), 5.35 (m, 2H), 5.9 (m, 1H); F NMR (CDCls):
ppm —=77.9 (s); IR: vyx 3315 cmfl.

[Alz4) 3] : N-LE-ESF LR EolH =9 Y

N _—-COCF,
e NH + CF3C0,C:Hs5 Y
E=2HE H
Allylamine
2 2-TFSA

40 ml FE2EFE0] dHolwl (1 g, 17.5 mmol) T EgoEoldl (2.0 g, 20 mmol)S -40 TolA =33 =
| A

| ¢=Ho

o 2.5 g¢] NEUEHYZFLEIAHOCIE (17.6 mmol)S AA EHY7|olA H7lseldct. &AL 22

OJ agtslar 3 BEAS 7 stellA A AR, JE sllA SREEES AASI AAAE (
F QRO Eoln = N-Allyl-2,2,2-trifluoro-acetamide: &=-TFAc)E L Ar}.

=

'H NMR (300MHz, CDCI3): ppm 3.9 (m, 2H), 5.15 (s-broad, 1H), 5.83 (m, 2H), 5.9 (m, 1H): C NVR (300Miz,
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[0379]

[0380]
[0381]

[0382]

[0383]

[0384]

[0385]
[0386]

[0387]

[0388]

E=0d 10-2775615

o

CDCls): 46, 114.9, 134.3, 125.4, 171.2; F NMR (CDCls): ppm —77.2(s); IR: vy 3315 cm .

[AZo] 4] : N-2D-2,2,2-E) BT 2 N-EZL 2 2ol Dol B =) #4

o 0 -
I [ cel i

MNH — O —
/\/ 2 + FC—C—O0 ﬁ CF3 » /\/ \C\(CF3

N-allyl-2,2.2-tri fluoro-N-tri fluorcacetyl-actamide

delobdl (0.119g, 2.08mmol) ¥ FFEEFQEMEAL (0.49nL, 3.2mol) B 3nLo] AAStERAe] =<9l
2,6-t-H A2 -Fe-4-ve-T 2l (0.637g, 3.1lmmol)<S 4AI7F RESGAIZ]aL ST EEYZHOESE o 735}
AAsI] APE N-¢E-2,2,2-EfEFLE-N-EfEF 2R d-oA Eoln| =(N-allyl-2,2,2-trifluoro-N-
trifluoroacetyl-acetamide)S EAtt.

I NR (300MHz, CDCl3): ppm 4.37 (m, 2H), 5.07-5.26 (m, 2H), 5.80 (m, 1H); 13C NMR (CDCl3): ppm 43.0,

116.9, 122.9, 132.3, 167.2; F NMR (CDCls): ppm -79.2 (s).

[AA 1-1] : 2,2,2-Efg|ZF902-N-(3-{1-[3-(2,2,2-EFZF Q2 2-olxdo}n| x)-Z2F |-2 5-T] o] ==~
H-2E-1-d)}-Z=29)-olEotm=(3FE 1-1)9 FA

[4 1-1]

— s:
f \ T Pt(0) '
, MERP NG THF

Si
v >H COCF,

FiC N _N CF,
2,5-Dihydro-1H-silole  N-Allyl-2,2,2-trifluoro-acetamide T H H T
o O

2,2,2-Trifluoro-N-(3-{1-[3-(2,2,2-trifluoro-acetylamino)-propyl]-
2,5-dihydro-1H-silol-1-yl}-propyl)-acetamide

(e e 1-1)

w-g-2] 1-10] whgl 2,5-tislo| =2 -1H-22 (8.42 g, 0.1 mol) 2 Pt(0)-1,3-tjn]d-1,1,3,3-HEz L=

A Z33HE (Pt(0)) Zuhel N-gH-2,2,2-ETZF 0 ZolAEolH = (30.61 g, 0.2 mol)S 50 ml E|E#}s}o]

2T Fo] Aaksiltt. A& E917] dtellA 65 T= 8 AlRF SFA7IaL Ao WA thy, S

S FHUtete] uwlelal ogl & ERAS A FEAA ALAE ABAEAE 2,2, 2-EfEFL2-N-(3-{1-[3-

(2,2,2—531% QR-olAdoln| )-Z 2 H]-2 5-T o] ER2-1H-A E-1-Y -2 2ol Eolu| = (33HE 1-
5 4.

1 13
H NMR (300MHz, CDCl3): ppm 0.62(m, 4H), 1.6(m, 4H), 3.2(m, 4H), 5.42(m, 2H), 7.38(m, 2H); C NMR
(300MHz, CDCl3): ppm 9.0, 13.0, 27.1, 46.0, 125.3, 170.9; “FNIR (CDC13): ppm =77.4 (s); IR: vyy 3315

-1
cmoo.

[HA]] 1-2] : C,C,C,-EFEZFREZ-NH{G-[1-B-EFEFoZddd X dolu|=-Z 29 )-2 5-t]3lo| =2 -11-4
E-1-g]-Z2d v d Eor = (FFE 1-2)9 FA
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[0389]

[0390]
[0391]

[0392]

[0394]

[0395]

[0396]
[0397]

[0398]

[0399]

SES0 10-2775615

2,5-Dihydro-1H-silole ~ N-Allyl-C,C,C-trifluoro-methanesulfonamide \ v \ A \ /

H H
c/ || ﬂ\ca

C,C,C-Trifluoro-N-{3-[1-(3-trifluoromethanesulfonylamino-propyl)-2,5-dihydro-1H-silol-1-yl
]-propyl}-methanesulfonamide

e 1-2)

-2]o] we}, 2,5-t3lo]=2-1H-2E (8.42 g, 0.1 mol) E Pt(0)-1,3-tjv]d-1,1,3,3-E|EetvEr]
A2 Z3esE (Pt(0)) Evjet N-22-C,C,C-EZZSFav et Eoln= (37.82 g, 0.2 mol)S A7) AAld
1-19) Wkg24) 1-13 FU3 A8 A7 AHE C,CC-EFZSFLE-NA{B-[1-(3-EgZF oz
ol -2 2)-2 5-Usfo| E2-1H-A E-1-d -T2 g }-rgbd Eoln| = (313HE 1-2)E LU},

1H NMR (300MHz, CDCls): ppm 0.62(m, 4H), 1.6(m, 4H), 1.29(m, 4H), 2.65(m, 4H), 5.42(m, 2H), 7.54(m,
2); “C NMR (300MHz, CDCly): ppm 9.0, 13.0. 26.2, 44.0. 125.3. 149.4; "F NMR (CDCls): ppm -78.3 (s);
IR: vyy 3315 cmil.

[HA]o] 1-3] : 2,2,2,-EFEZFRZ-NH{(B-[1-B-EFEFoZYdd X ol =-Z 29 )-2 5-t]3lo| =2 -11-4
-1-41-Z2 g oA Eoln| = (315 1-3)9] FA

(252 1-3]

|
N = —
P Yl
Z \COCF3
N-Allyl-2,2,2-trifluoro-acetamide Si
o Pt(0)
. + H —_—

Si
THF
H H |
N
O, N O
2,5-Dihydro-1H-silole < Nso,cF; H e Mg &
\
| ScF,
N-Allyl-C,C,C-trifluoro-methanesulfonamide CFs3 o
2.2.2-Trifluoro-N-{3-[ 1-(3-trifl 1 Ifonylamino-propyl)-2.5-dihydro-1#-silol-1-yl]-prop

yl}-acetamide

GHgeE 13)

(

2,5-Hslol=2-1H-2& (8.42 g, 0.1 mol) ¥ Pt(0)-1,3-tH]d-1,1,3,3-HEHEAEA 2313

(Pt(0)) Z&wje} N-2H-2,2 2-EfZF 2 Rl Eotn= (15.31 g, 0.1 mol) 283 N-¢&-C,C,C-E7:
Zrebd Zoln|= (18.91 g, 0.1 mol)& A7) Ao 1-19] ¥+ 1-13} U3 ZAs A WA 7
2,2,2,-E8ZR290 2 N-{(3-[1-(3-Ef|ZF o 2retd ¥ ol -2 29 )-2 5-T]3lo] =2 -1{-2 =-1-Y |-
g }-ol Eotr E(53HE 1-3)E F3lT.

1 lo

lk ox M to

floox U o

'H MR (300MHz, CDCls): ppm 0.62(m, 4H), 1.6(m, 4H), 1.29(m, 4H). 2.65(m, 4H), 5.42(m, 2H). 7.33(m,
1H), 7.54(m, 1H); C NMR (300MHz, CDCls): ppm 9.0, 13.0, 26.2. 44.0, 125.3, 149.4. 170.9; F MR

(CDC1s): ppm ~78.5 (s); IR: oy 3315 cm .

[HA] 1-4]
N-[3-(1-{3-[¥]£-(2,2,2-ES EF L 2-olAE)-olv| = |-Z2 Y }-2 5-U 30| E2-1H-H E-1-¥9)-Z=2F |-

_49_



[0400]

[0401]
[0402]

[0403]

[0404]

[0405]

[0406]
[0407]

[0408]

[0410]

S=S0l 10-2775615

2,2,2-EZEF 0 2-N-(2,2,2-ETZF Q0 2o}l & )-olAHEolu| = (FFE 1-4)9 34

== (l:OCFs PY(O) Si
B ————
: : + 2 N THF
Si y Y
g’ S a Ncocr,

. ) FiC N CF3 FoC N CF,
2,5-Dihydro-1H-silole  N-Allyl-2,2,2-trifluoro-N-(2,2,2-trifluoro-acetyl)-acetamide \H/

o (¢] (¢] 0]

N-[3-(1-{3-[Bis-(2.2,2-trifluoro-acetyl)-amino]-propyl}-2,5-dihydro- 1 H-silol-1-yl)-propyl]-2,2.2
-trifluoro-N-(2,2.2-trifluoro-acetyl)-acetamide

=ee 14)

(W82 1-4]o] w&}, 2,5-t]3fe]=2-1H-A& (8.42 g, 0.1 mol) % Pt(0)-1,3-tin]d-1,1,3,3-H E&}HEt]

AzA 231eE (Pt(0)) vl N-oE-2,2,2- Ea] gio}xﬂEo}ult (49.82 g, 0.2 mol)= A7) AAld 1-
19] WA

| 1-13 543 2351l wbeA A A= N-[3-(1-{3-[M]£-(2,2,2-E¢]
Z2A}-2,5-H 3| =2 -1H- *‘%—1—%1)—EE%H,2,2—Eﬂ%$gi—N—(2,2,2—Ea}%
E(ﬁ‘?’} 1_ E r:/\AT;]'

FQ Z-olAE)-olu] ]~
Q ZolAE”)-olA Eol]

=
=
=

=+

1 13
H NMR (300MHz, CDCl3): ppm 0.62(m, 4H), 1.29(m, 4H), 1.6(m, 4H), 3.48(m, 4H), 5.42(m, 2H); C NMR

(300MHz, CDCls): ppm 9.0, 13.0, 24.4, 44.0, 122.6, 125.3, 168.9; F NMR (CDCls): ppm -79.2 (s).

(A 1-5]
N-[3-(1-{3-[F]&-(2,2,2-E EF L2~ € )-ol7| e -2 2 }-2,5-1 s}o| B2~ E-1-9)- ﬁi%]—N—{S—
[Hlé—(z,z,z—&ﬂ%—?&iﬂl%ﬁg‘é)—O}ﬂl;]—Ei%}—ﬂl%'é%O}ﬂlE (3= 1-5)9) #A4

[9FS-2] 1-5]

COCF;
N _
PVl
7 \COCF3
{ E N-Allyl-2,2,2-trifluoro-acetamide F’t
Si + SO,CF;
H H |
N
(@) (0] O, (0]
2,5-Dihydro-1H-silole /\/ \SOZCF3 \S/ ~ /
F3C/ ”\CF3
N-Allyl-C,C,C-trifluoro-methanesulfonamide CF3 CF3 O

(=t 2 1-5)

2,5-tslel=2-11-4&  (8.42 g, 0.1 mol) % Pt(0)-1,3-tIu]d-1,1,3 3-HEE A= 2sgE
(Pt(0)) FHvfeh N-U2-2,2 2-EEF o oM Eou= (24.91 g, 0.1 mol) 23l N-4E-C,C.C-EHEFL
ZolghdEobu = (32.12 g, 0.1 moD)& 7] AAld 1-19] whg4] 1-19 A3 =AdstelA Hw/\]ﬁ i
AdE N[3-(1-{3-[M 22,2, 2-EgEF 2 2-opd)—ohu| e -2 29 )2 5-H 8o 2 -1 E-1-9) -2
%]—N—{S—[H]i—@,2,Z—EE]%——E;«}?_EU%]%’é:{‘é)—O}U]i]—zi%}—ﬂ]%’g%o}ﬂllé (3132 1-5)8 ATt

MR (300MHz, CDCl3): ppm 0.62(m, 4H), 1.6(m, 4H), 1.29(m, 4H), 2.65(m, 2H), 3.48(m, 2H), 5.42(m,

9H); C NMR (300MHz, CDCls): ppm 9.0, 13.0, 22.6, 24.4, 40.0, 44.0, 122.6, 125.3, 145.8. 168.9; F NIR
(CDC13): ppm -79.5(s).

[HATd 1-6] : N-[3-(1-{3-[¥]£-(2,2,2-EfEF e 2v e ¥ d)-oln| = ]-Z 2P }-2,5-13}o| ==2-1H-H &~

_50_



[0411]

[0412]

[0413]

[0414]

[0415]

[0416]

[0417]
[0418]

[0419]

[0420]

SES0 10-2775615

1-9)-Z =23 -N-{3-[H]2-(2,2,2-EEF L 2v@d ¥ d )-olv| = |-Z 2 F }-wFHd Zolu| = (FFE 1-6)

SO,CF, [ >

| Si
L ) N Pt(0)
si I g T
AN 2-Fs THF
H H
. . ‘ . O, N 0} O, N 0}
2,5-Dihydro-1H-silole ~ N-Allyl-C,C,C-trifluoro-methanesulfonamide \S/ \S/ \S/ \S/
ra Ty s s
FC” || | Scrs Fc” || | cFs
(e} o
N-[3-(1-{3-[Bis-(2.2,2-trifluoromethanesulfonyl)-amino]-propyl} -2, 5-dihydro- 1 H-silol- 1-yl)-propy1]-N-{3-[bis-(2,2,2

-trifluoromethansulfonyl)-amino|-propyl}--methnasulfonmide

(&g =2 1-6)
2,5-tslel =2-11-4&  (8.42 g, 0.1 mol) % Pt(0)-1,3-tJu]d-1,1,3 3-HEE A= 2sgE
(Pt(0)) Fulo} N-&H-C,C,C-EBESFL2WEdEZotu= (64.24 g, 0.2 mol)S 7] AAd 1-19] ¥kg4] 1-
13 a3 2ol wEAA BYE N-[3-(1-H{3-[H]2-(2,2,2-ER| &F e 2ved ¥ d)-olv =] -2 2 }-
2,5t BRI E-1-9)-Z R [N-{3- [ 2-(2,2,2- B EF L 2 ed £ d ) -opv] i |- 2 o v ehd
o= (3HgHE 1-6)5 AUt

" MMR (300MHz. CDCly): ppm 0.62(m, 4H), 1.6(m, 4H), 1.29(m, 4H), 2.65(m, 4H), 5.42(m, 2H0); C NIR

(300MHz. CDCls): ppm 9.0, 13.0. 22.6, 40.0, 122.6, 145.8; F NMR (CDCls): ppm -79.9 (s).

[ZAd 2-1]1 : 2,2,5,5-ElESME-1-EZFL2YA X I-2 5-T&o|=2-1-H-[1,2,5]-olAT 2 & (FFE
2-1)¢] A

HaC g j——CHa E2| o gopy HAC ““a\ gj—CH
+ (CF50,0 ——— *
Hae” 7 \CH—., e I he' N \c %
| SEE=ZS é
H TR
o7 | To
22.5 5-Tetramethvi-2 3dibydro- 17 CFz

-[1.2.5]azadisilole
2,25 5 Tetrame thyl-1-trifluoromethanesul fonsd -2 5 ditvdro- 15-[1.2, S Jazadisilole

[9F&-2) 2-1]o] wa}, 40 ml FEEZEE 2,2,5,5-HEFHHE-2,5-tslo] =2-1H-[1,2,5]o}At] A =(2.75 g,
17.5 mmol) ¥ Egoldolsl (2.0 g, 20 mmol)S -40 ColA &33 EgEo] 5.0 g9 EfZE YL5+5 (18
mol)S Ha &EL7)A Arlsdict. §98 A2olA 4AZHE wRksta g EFS 7Y Sl Al A
Art. Yo HA AAZS 4M NaOH 30 mlol] &INAA F2EZXEE 25 nl

5, oA 22EXE 30 ml &2 33 AFHsGY. a3 YA, /7] FEE
th. AF oA FEEEES AAStY] YAE 2,2,5,5-HEGHE-1-EYZF e 2ved T -2 5-t]sto] =& -
1-H-[1,2,5]-okA A & (815 E 2-1)S AU

1 13 19,
H NMR (300MHz, CDCls): ppm 0.14 (m, 4H), 5.2(m, 2H); C NMR (CDCls): ppm O, 123, 153.4; F NMR
(CDCls): ppm -77.8 (s)

(AN 2-2] @ 2,2,2-EfEFS2-1-(2,2,5,5-H ESHE-2,5-T) o] =2-[1,2,5] 0} AT] A B-1-U)-o Ehe
(& 2-2)9 ¥4
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[0421]

[0422]

[0423]

[0424]

[0425]

[0426]

[0427]
[0428]

[0429]

[0430]

[0431]

[0432]
[0433]

oin
J
Jm
Qﬂ

10-2775615

S| gj—~CHs Si e
P W Y + CFiCO,CHs ———— TN
H4C P'|1 CH- - HAC N CHa
H /&
[ o
2.2.3,5-Tetramethvl-2.5-dihvdro-1 5
H{1.2.5]azadisilole 2.2 2-Trifluora-1-(2.2.5.5-tetrame thyl-2_5-dihvdro-[1.2.5]azadisi lol-1-W }-e thanone

40 ml F2ZFE 2,2,5,5-HEgHE-2 5-t]sto|=2-1H-[1,2,5] AT A =(2.75 g, 17.5 mmol)T} Eg|d €l
z o
0

o}u (2.0 g, 20 mmol)2 -40 TolA &3t Egt&Ed] 2.5 gJ HEZZ T ZolAHE (2.5g, 17.6 mmo
A F971A A7tk &HE ARolA 4 e wuksta 3y EAS 3 st A A ASEA
. AE A EFREEES AAS AYHE 2,2,2-EYEFLE-1-(2,2,5,5-HEZWE -2, 5-t] o] =2~
[1,2,5]opAt A &-1-d) -l Eh= (8H3HE 2-2)& ATt

Ev
~

H NMR (300MHz, CDCly): ppm 0.14 (m, 4H), 5.2 (m, 2H); C NMR (300MHz, CDCls): 0, 123, 129.3, 173; 'F

NMR (CDCl3): ppm =77.3 (s)

[AAe] 3-1]1 : 2,2,5,5-ElEGHE-1-EEZF2rdd ¥ d-[1,2, 5]l A 28 (FFE 3-1)2 A

H:C g & —CH =z 2ot g H C““Sl\ & ~CHs
. + [CFaS0p0 — = -
e rlJ/ T : = He” FIJ e
H PN
0% o
22,5 5-Tetramethsd-[ 1.2, 3 ]az adisilol CFs
idine

40 ml FEEXE4 2,2,5,
20 mmol)& -40 TolA &33k &3Eof 5.0 g9 EE]%%‘ e (18 mmol)—g ?ali 714 A 7Fskad .
golS Aeoa 4A]7HEeF wHkEl 3lol| A ]7—]6}031:} T2 HA HAE 4M NaOH 30 ml
of &3AA FEEXE 25 nl 2 S HCIZ T332 F, g F2ZXE 30 ml 2 33
AFeet. 28 vA, f7] FEES TS0, 2 AZAA AT 7&% A 2R2EES A A
of AAQE 2,25 5-HEME-1-EEF o2 Bd ¥ d-[1,2 5] d 2 E(33HE 3-1)S A3t

1

" NMMR (300MHz, CDCly): ppm 0.08(m, 4H), 1.4(m, 2H); C NMR (CDCly): ppm 0, 13.7, 153.6: F NIR
(CDCl3): ppm -77.7 (s)

(Al 3-2] : 2,2,2-E8|EF2=2-1-(2,2,5,5-EH EStHE-[1,2,5] kAt A & d-1-9)-det=(SFE 3-
29 ¥4

HEC -HSI Si‘__,,-—'CHg H°C~H8i Si_,..f"CHE
\ b e \ L CFgCO;C He ——————— s \” \ﬁ
H-C '|J CHz I Ha CH2
H
FaC 8]

2,25 5-Tetrametlnd-[1.2 5]aradisilol

idine 2.2 2-Trifluoro-1-{2.2. 5.3 -tetram ethpd-[1.2 5 ]azadisiloli din-1-1 j-ethanone
40 ml 22X F 2,2,5,5-HEZHE-[1,2 5]olAAEEH(2.79 ¢, 17.5 mmol)Z} EFdolql (2.0 g,
20 mmol)E& -40 ColM E3k el 2.5 g9 JLELEF LR HCIE (2.5g, 17.6 mmol)& Ha& &917]
oA Azkehglth Gole Aedd 4AZHE wweln Hubd BAS A9 stlA AU AF slA
FRIIES AATY AAE 2,2,2-EEFR-1-(2,2,5, 5-HEE-[1,2, 5] At A E8 W-1-d)-ol =
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[0434]

[0435]

[0436]

[0437]

[0438]

[0439]

[0440]

[0441]

[0442]

[0443]

[0444]

[0445]

[0446]

[0447]

[0448]

[0449]

[0450]

S=s35l 10-2775615

o
ne

(3}3HE 3-2) At

H NMR (300MHz, CDCls): ppm 0.08 (m, 4H), 1.4 (m, 2H); C NMR (300MHz, CDCls): 0, 14.6, 129.5. 173; 'F

NMR (CDCls): ppm -77.4 (s)

AAle] 4 1 o]2 A=A B A=x (1)

AN 1-104 A ZF Lol 84 FIE 1-1(0.25g)S 7tuAel A7) 38kl 159 H]AHE A =4 ]
E fugloladHolE (AldrichAF2HE ¢, Mw=1,700, "BIS-15m", 0.25 g), Z(Jd€d ZT=Z) UH
ol Hl 2 (Mw=350, "PEGDME 300", 0.5 g) ¥ & EEFadEom = (Li(CF380.).N, 0.7809g)9F & Lé}

). o] E3Eo, tudud oA EH = (DMPA, 0.0075 g)& H7lsta, E3E fHE AL G 79
e U, A4 B2917] dtelA 350 nm o] xle]AMe) 3083F w=EAHU. o] FRAIE 1A uEAF dhet
S Ax3SY.

AAle] 5 1 o]2 A=A B A=x (2)

Ao 1-20 A Axet Fol FEA F5hE 1-2 (0.25¢)¥ BE EfEFoRvgdEen = (0.7234g)E 7t
WA 7] sEka 159 HadE A CSAYelE fHeteladelE, Zej(Ed SdE) HrE oH=
gulgsd opEd =S A7) AAld 49 Fd7 Fom TR Hrbsta. 7] AAld 49 w9 e 1

A R e Az,

AAe] 6 1 o] A=A 9 A=x (3)

AAe] 13004 AZE Lol 484 AR 13 (0.250)3 UF Eo IR LW ENE (0.7499)F 7}
SAQ 47] B9 159 wxdiE A ol mAdolE tueeladeels, ZY(dgd 2®) Uy du=
MY ohEdAES 4] A 49t BAF dom £ A7k, A7) e 49 FAF PHow
S e

AAle] 7 1 o]2 A=A o Az (4)

Ao 1-40 4 AZG Fole FE&A FFE 1-4 (0.259) 7 #F EYSFo2WEHENME (0.6597g)E 7}
A 7] kA 159 mladlm A dSAddolE dHueteladeolE, ZH(dEdl F2E) HudE dEH=
gulgsd opEd =S A7) AAld 49 FA7 Fom TF Hrbsta. 7] AAld 49 A e 1

A aA e Az,

AAle] 8 1 o] A=A o A=z (5)

AN 15004 AlFF Fold FE&A SFE 15 (0.250) 7 #F EFEFLRvREEIME (0.62379)F 7}
WAL 7] Bt 159 Hl2dlE A o EAwelE tugetadeelE, e (dd =¥®) Hvld oH=
duldsd oA Edw=S 37] A 49 T For T HUbsta. A7) Al 49 FAdF WHoR 1

Al aEAE wreks Al =sholvt

AAle] 9 1 o] A=A o Az (6)

Al 1-64 AZG Fole FE&A FFE 1-6 (0.259)7 #F EYSFo2WEHEME (0.61092)E 7}
WARD 7] sFek 159 HjxdE A dSAdUolE duetoladeelE, ZE(dEd =) dHd oH=
gulgsld opEs=S A7) AAld 49 Fd7 Fom TR Hrbsta. 7] AAld 49 A WMo 1

A R e Az,
AN 10 : ole AEA e Ax (1)

2-1014 A|xF Fole F8A = 2-1
‘7] sheba] 159 Wl xdE A ol EAHolE HuEtoladeolE, E(dE
O ES =S 7] A 49} A7 Fom T Hbsar. ] A

R S

o 11 : o] A=A v A=ZE (8)

3:

(0.259)3 Tl EfZFQaZderdEo|u=(0.4548g) S 7Ful
N Z82) gud Jde=, o

H—] o F _T_!_xﬂ

o

2
>~
o,
off
el
%
O]I

|

- mL

BOE 2
Hmmﬂrg

>
_1

2
>

Al 2-20 4] Az Sol2 F£8A IFHE 2-2(0.250)7 B E EIESFLEZUEHEEo|n=(0.4846g)E 7l
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s==4

gelg=l 2gz) "grd oHE, o

)

E 3Z
- =

Aol A7) 3}sh2] 159 B AT E A o EAFolE T Elol A o]

2 Az (9)
ol& &4 3= 3-1 (0.259)3 g

wAQL 7] BHeka 159 viadE A CFAClE HuEtoladeclE, 7

v}
=

4

A=

Z

2
R

o]

AA 12 :

[0451]

7}

gz) dud oeEE,

(0.4530g)

=

o

Kol
=]

AAlel 3-1004 A x=F

[0452]

il

2 Az (10)
o] & F&A 3}E 3-2(0.25¢)F HF EY

Aol A7) 3sk] 159 B AFE A o EAFOlE v Elol A o]

-

i
el

1

2

o)l

A

°]

AAlell 3-204 Al=T

A 13 :

[0453]

7Fal

=
=

olu| = (0.4877g)

SR e E

=
T

A

KeN
=]

[0454]

Yelg=l 2eE) g oHE, o

)

E 3Z
- =

A G o Az

=
=

Dol FEAl

e 1

[0455]

- O
AN =

dafdel

19 UFERL whsl o] wlwele] wx)

-~
it

o}

B

T g)

(&4l

[0457]

G
< & do|o
= %<
= 2%x]|o
,muNz o % o | | | | | of | =
2 S| o 3 o af S| <F| | B 5| ©
o © | A | B M| = | | 1] o S
2! O Bt B! I It It B B I I
ﬂwma000000000000
= oo
Z K|
= 8w
X = o
43 P|S
~— @D =
NoAa X
%
o
alwo I
O .
otNr =
o
ojn
g
ﬂAl‘rm‘mwo_b
oo Y
w2 e
)
| A M| H| IO ©| | | —H| N
" Nk e B R
o~ a1 [ I R
) e e e e e e e e e
| | T W] WY H| | | | T
<| 10| ©| ~| o| | S| I N X —~
T|T|T|T|T|T| T T T TS
< =<K < < < =< <] <| &
0 = =0 <] < =0 2l < < <

[0458]

ol

=l

AAlel 1-1el A4 A=

[0459]

I

B

Ca
~

A=e)
FAAES

A5

A

A

[0460]

= A9 0.5-2 mm A=Y

3T

7 el

Eal

0.5-2 mm AFe]e] w}

[0461]

A3

A A}

i3

3to] AbgEtdTt. A%

AA Az

20 ehh it

Alel 59

]

g

)
30 CLmol A9

N

2 A

o)

Ol

o AAlel] 1-2004 Az
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s=s5

20l vER AT

[0464]

Aol 62

]

g

;O.._
N

i
30 CeZoAe

2 A

ol

Ol

o] Al 1-30 4 Az

=13
=

i

[0465]

20 ehh it

[0466]

ol

ol

Alel 1-4oll A Az

[0467]

30 CexoAe]

[0468]

o)

=l

o AAle] 1-5ol A AZF

e
=

e

[0469]

30 CLmo) A9

20 vehh it

Alel 99

]

g

;OL
N

)
30 CLmof A9

2 A

o)

Ol

o] A 1-69 4 A|x3H

e
=

e

[0471]

20l vehh it

o2 AEE 43 (7)

A 7 :

[0472]

ol

=l

Alel 2-1el M A z=E

[0473]

30 CELoA

= 4E (8)

14

kil

ol

°]

Age] 8 :

[0474]

ole s8

KeN
=]

of Al 2-201A4 AxE

30 CELofA

20l vehf it

= A3 (9)
Alel 3-1el M Al x=E

14

El

ol

Do

Adel 9

[0476]

Al 12

]

<

Tor
N

)
30 CELoA

2 A

o)

ol

20l Urehf it

P ol AxE AY (10)

A3 10

[0478]

30 CELoA

20l Urehf it

-
at
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H

e I N N N e

T o o o o o o
= — — — — —

Mox| x| x| x| x| x

0 <t [To) <t © © L
R
[a\] [a\] N [a\] N N
S le} © o~ o0 (o))
T |NT|NT|NT T |NT
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[0481]

[0482]

[0483]

[0484]

[0485]

[0486]

[0487]

[0488]

[0489]

[0490]

[0491]

[0492]
[0493]

[0494]

=5=0dl 10-2775615

oin

2141 10 1.99%10"
AAel 1L g0
24 12 1.58%10"
A 131y 540
Hlatel 1 4.62 10"

TEAE AT WA HAEE AT AA A=
AN 1-1elM AxE ol F8A 34E 1-1(0.015g) S 7] EC/DMC/EMC (1:1:1, 1M LiPFs) (1.0 g)¥}

EFSh. SetolF (21 3% ool A NIC 497 FF3} TetstelE JHL S Alelo] Yrle] EFE §
% Zozzaa AveeldE 79 A% Bdse] AAE zystan.

Hlale] 2 1 ol F8AIE THA &2 AA Asjde AT AA A=

%7]€A EC/DMC/DEC (1:1:1, IM LiPFg) 1.0g< A7l A9 dolg] 2D NMC A9A S=3 agatolE 12 &
L
=

(e
i)
ol
Lo
>
>
—
S
)
s
=
2
0o
=
>
2
N
o,
)
B
A
|
~
>
o
iy
o,
oX,
olf
S

= s
4000)% AHgEte] AL(-100)0A FR. 0 R P 102 FAST. A= NC
3te] 0.6 mA/em (F4), 1.5 mi/em (329 AT AFUER 3.0 Ve} 4.2V Abolol A F3A=Act,
el gole 84 HFE 1-1ARS)S EFH Ae)A T G W Ag Aget] Axd AR
Qoo WE AeelMe] WAsE Mg = 1o etk feole FEA SEE -1 X
$ AHER WA £F}EA e A A (KE-Base D AFEF AA BT 1828 YEhA. 54 &
SA SR 1-1ARS) 0.5 wi. %5 EAF el de AeT AATF AolA g 7 Y Mol

A 12 & FYF AolER BT 48
g Al 14 g R 2004 Axzd A fEAelEE A R 282 F8d 23R (Maccor
4000)F AHgste] A(-10 ‘OllM ZgetArt. $4 2 AL 1 2 FIAt. DA NC Ao dSe] of

3} 0.6 mA/cmZ(%?Zﬂ), 1.5 mA/cm“ (LAY dF

(o]
o
[
Hu
e

E2 3.0 VeF 4.2 V Atololl A S E A

w 2o Fol w84 e 1-1(AR8)S T defdy} xodshA] od2 dads AR

128 Sl E (55007 A2 (-200)914 9] g8 ohu] Aol hat vl wE = 20 YeER)AT.
ol &4 3FE 1-1(AR8) S EFHE dsfjdS AHET % < dalA(SL)E AR A B
o g A dg din a1t des JER & 1-1(AR8) 0.5 wt.%E X33t

nl
A
ol
dlo
o
o ™
4>
4
o
E i

AAd 15, AAHE 7 AR A=

SEEEEES

B AAdE A7 zdA 39 wiEe] delA RES sjAlstae 99 Az F23 oE 3 8% Ve
12Ah PRH(Z7]&%F div] 68%1| ) o2 RE A4S 0.5C WHORE 2.574A HHA 7|, o]F o] § EE
28 A B o 2}

FA B7NAA Ao FAAE olgete]l FHE Wi AFoR FYete] Az A
@82 ARt ALg3s,

9
A=)
=

)
WA bl
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[0495]

[0496]

[0497]

[0498]

[0499]

[0500]

[0501]

[0502]

[0503]

[0504]

[0505]
[0506]

[0507]
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[0509]

[0510]

[0511]

[0512]

[0513]

[0514]

[0515]

[0516]

[0517]

S=s35l 10-2775615

(2) A AxY % A B3}

= = o

0

FA) % o] gate] 2

o) At defee F]jsha, e Wed F 25 A 30 Co] 2EE FAG A #
F2 e ol 50 dold & H 0.1C rate(2.10) 9] A{E 74l 4.2V744) FAd{ S43 5 4.2V ZAY
A& 0.01C (0.21A) AFpate] H== sl

Hlae] 3 @ ARG JHed HA Y A=

2

EC:EMC:DMC®] 3:3:4 Fun] Zgh&ujjo] 1Me] LiPF67} Ead v]A AadS He H7MA flo] AL AL
]

A9 A4 AAdl 155 FAT g o Axsct,
AP 13 © A AT HA B

A 15004 A ZF AAES FHH7]IE o] &5t 3.0~4.2V Pl 0.1C (2.1A) AFHF o2 AHF HAE
6.2Ah &3kl A 14.7 Ahe] &30 7 3| &},

e 304 Axd AXNS Hks A3 AL FS 6.2 Ah oA 10.1 Ahe] §Fo R R A5o gl
i=]

e, B oauoas B owgo] AFAS o] gste] AR ex(utEAEAE 70 0)7F B Wb BAAQ g Fol
o) FA3 Axow 34 WAle] dojd 917G WA F}

7 glete] 94 L= (MhgrASIE 130 0 ool MW F43 (5108 olvel) AaHel AAe] AFe WF

FEAE E3ste ¥ dafd Alxsks WRied diste] AWt

st AN AL WA, Al ol A, AwAl, AHY ANA 2 FF FAAE WA w
watol

e A dejde Axsh] A% 24E EdAS okl & 33 o] A
olgtoll M= st dald e TS Axshs At A Aol dhaiM e st du.
Hlale] 4 @ nyY3s}t dde A= (1)

AAe] 1-10lA Az Fole 8 FFE 1-1 (0.24 )3 ZFuARl 7] 334 169 EgolddIe]F
deteta b o] E (AldrichAb= 58 794, ) 6.15 g& Ao} (EC:EMC:DMC=3:3:4, LiPFs Imol/L) 60 g°l

#aksich. o Eakmel, AAAS] Luperox TBEC (AldrichAF23-E] 781) 0.01 g& A7keke] 13t Aa) A4S A
EXELS

Hlale] 5 @ nYP3s A A= (2)

7FaL A (TEGDA) 6.06 g3} ol &4 stz 1-1, s, 7/AAE 7] Hlatd 33 g F= sk
agst dads Az

Hlnle 6 @ nY3}t Ade A= (3)

Mo

Z}ALAI(TEGDA) 6.04 g S0l F&4 3= 1-1, A3ld, JMAAE &47] vlad 33 5493 S &3t
13} dafdE Ax3ATE.

Hlald 7 @ 1Y}t A A= (4)

ZFALAI(TEGDA) 6.00 g &0l F&4 = 1-1, Afd, JMAAE 47] vlad 33 5493 45 &3t
13} dafdE Ax3ATE.

Hlald 8 @ Y3}t A\ A= (5)

ZFALAI(TEGDA) 5.40 g £ol= F&A = 1-1, A3fd, JMAAE &47] Hlad 33 5493 45 &8t
g3} dafdE Ax3ATE.

Hlald 9 @ Y3}t A A= (6)

7} A (TEGDA) 4.50 g@ So]L 48 33E 1-1, AN, /MAASE A7) vud 37 Fdd Fs 233t

agst dajds Axsdtt.
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[0518]

[0519]

[0520]

[0521]

[0522]

[0523]
[0524]

[0525]

[0526]

Hlad) 10 © 1P3 Ade A= (7)

SES0d 10-2775615

A 1-14 AZe Fol F&A s3E 1-1 (0.30 @) 7FuAQl 7] 33h2 169 Egdgdd=gZ v

WetolaH# o] E (AldrichAt2RE 79,
t}. o] EgE,
S H7tste 13

Ao 16 : 183}

A 1-1014 A Z3F Lol 84 3gE 1-1 (0.33 o) 7FuAe Ar] 38k 169 EgdgdF
“9.,23g5 A&} M (EC:EMC:DMC=3:3:4, LiPFs lmol/L) 60 gol Z3%3st3d

MAIAIS] Luperox TBEC (AldrichAM2EE 1) 0.01 ¢ ¥
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