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EF 223} A E(CF,CF,C(O)CF(CF,),)0l US 6,478,979¢l 71418 Wiiel| whe} 2128 4= et C,F,COF
S, §leA tedtd s, Sol2AM KFE AR&-ste] HEPSE w821 31T 7] v A Cg B &F 2272 HFP Edll -
W& =22 oA, HFP Al 2-uh$-& =224 o] 2kx], HFP Ao} 814 o #kA], ¥ o] %A ao] =2}o] =((CF,),CH-
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0.48%.
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ok 371 m A Cy HEFL2AELS GCl &) 433 | ths BeES 7Hth HFP ER - S &= 24 o] 7
A-0.81 %, HFP A| 2-0k-S2m 24 o] 24| -0.16%, HFP & 9814 o] 4] -0.81%, o] A ato] =a}o] =-0.04%, =

HFP AF&A1-0.83%. 30g2] KF, 150g9] tla&d, 2 6g2] ot=Al/t] St (A A o 204 AZH A3 2o] 50/50 T
WS A7) g lo) ek FRakalth 4] e F SRS mkahAA 130 T A1eha, 6AHE e 4] LEg 4
Astoith. ool 4, A7) EFEL Aeow WANAT Cy AEFL2E AE Ae] GC B4 L the A%E eyl

HFP Edl ~-uFS & 524 o] 24]-0.06%, HFP A ~-1FS 4 © 24 o] 24]-0.14%, HFP & 8t4 o] 2k 2] -0.64%, o]

A dtol=g}o] =-0.04%, 2 HFP 43 ﬂ 1.23%.

&2 oletalel stebilel AolelA oletal el EelY Elolul S AL A3

olo

AAld 4, gh

UX

—_

i

| C. HEZF 0 2AE 300g (AAd 3 2%), 30g9] KF, 150g9] t]Zetd], @ 2g°] Eg]ieolyl (Aldrich)S auut
ﬂ‘:é o] FulH ¥ 2 REg-7) o] FHETE W7 F EFES wikstaA 105 T2 7FE38haL, 6A1HE <!

& AT oo, 7] EFES A2 o2 YAAZT Aol Cy HEF 28 AE 4] GC &4 & o
e QAT HFP EW A -0 & 22 o] 24 -0.17%, HFP Al ~-WFe-& S 22 o] 24 -0.06%, HFP & ¢ &)
0.98%, o] & dlo]=elo] =-0.09%, 2 HFP 2#A-1.03%.

6
\j
=

, 3

4
_%

[¢)
7] 2%
=EE!
°]

2o ox )
el

O

A -

214 ¢] 5. HFP A e84 o] ekal (CF,),C=CFCF,CF, o A%
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Rk, mEPA Z(THERMOWATCH) ¥ $%7]7} 749 2 L Ze}~3ol], 5.8 g9 A& =5 a} ]= (Aldrich), 100 g
o] Wlgl &ZFAlo]l= (Aldrich) % 10 g9] oA/t 2L (A A 4 201] 71 A= A3} o) 50/ Zu)) 2 H7bslg T
1926g9] vr&-2 w22 HEP o2 (U.S. 5,254,774 whe} Al x28)E A7) gl H7}sh ?f‘, SHEES 48 TR 7MY
spal wRksh A whAl FAAZ L A7) 22 e 25 2 %%0}04 AA3ke], 50 A 51 CT2] B]H S zkar
97.8%°] €3t o]FAE sk 1548 g0 =4S AAUTh o] EA 510gS, 75 CTE AlEH 3= jEg7]¢4 100 g
o g=wtel, 100 g9 ZF TFeto|= 2 624 go] Aol ol (PTC) & o= A A ekl 174759t 4 Al 7t
A7 A ES G2 R ESR 1 FrokaL, =2 33 Al sk, 2EF st NMR 24 02 548915 ) 99.4%9] &
& 8}4] O]‘—J/kzﬂ 80 g& AU}t A7) PTC 892, &2 E|#E o}7l (Sigma-Aldrich Corp. (St. Louis MO A& A) &
ZHE AEFR 97% ©173 4 zﬂ =) duld o] E(Aldrich)E B2k 3 &7 50% &4 ol A4 60 TolA whA)
S A7) 1E-g A A &0l Lt

2Ae 6 HEgHE ol e et (TMDM)] &gk HFP A %84 o] ZEA o] A A

0.43% At ol A o] mpEl A &, A Ao 5ol 4] AlzH AejshA o] FAF 53 v 1230 ™ A3t (3M
Company, St. Paul, MN)¢tel] FoJst o 23 A %35k}, o] nfA~EulR] 9] 40g £F FS 100 mL Z&F~ o4 TMDM
(2.2 g, 0.215 &, (Sigma—-Aldrich Corp. (St. Louis MO &A) .28 A|#5) o 2 A g|stal, A7) auksta A 24175
QF49 CT=E 7hgalqith. A7) vhg 3 ES o|ojA] Ao = W7tA 7|41, & Zu7]d] o] sA A Z v ~H x| +&
97.6%% AUt Aol Cy M EF 223} A E ] GC-FID #4412, 499384 HFP o| A7} FID 7% &4|<] 10 ppm V]

WO g YeS AT o34 shol Setol i B ggkrh,

AAle 7 HEP A 8t4] o] kA o] g E v g o &l vl o} wl (TMEDA) ] &] gk A A

A e 6ol A AZE TS vpAE X ] 40 g FH S A Ao 60l 7] A H vpe}F o] 2.3 g€ TMEDA (Sigma
Aldrich, St. Louis MO)& A #]3lgith @7l & B4 0] 80%= 4 E 2R 3451913, GC-FID 4] &, 4934
oA 7} FID A% &A1¢] 10 ppm PIRFO. 2 FHAE A SS HEF AT o] FA| sto]l=to]| == e A eFatth.

AA o 8 1.8-t]olAuloI A E2[5.4.0] 82 -7-¢l (DBU)A| 2|3t HFP A std o|zkA o} o] 24 slo]=glo]= 9] A
A

250g2] MAA Cy HEF L2 =2 250 mL Sk~ ‘Q Joll AAAZT 7] mBA Cy AEFL2AEL0.4 % 99
SH4 HEP o] &A1k 0.07 % © A sho] = E}O]E% ;} T 7g<] DBU (Aldrich)& 7] Bl A7Fsh3iv. 47 B&
DEokar, k7]l QA AI7] AL, A2l A 2A17EEF REAZI T doj3] Cp HEFLEAESY GCRA S, 498

HFP o] & A| ¢} o] A slo] =ele] =7} 5 10 ppm U]‘?_QE ¥ &S e AT

AAld 9 et Eleo g A Eefolniof] o gk HEP H<jst] o]gkA el o] g4 sto]=zfo] =29 A A

B
[>
i
oE
i
;ﬁ
£
3
0Q
Lo
e,
_E

250g9] W ZAl Cy HEFL2AE (A4 8ol AHEH A3 Fd3hHS 2560 mL &
e g A Eg ol (Aldrich) @} 25 g2 v=8td S 7] Holl d7tsadtt. 4

3, Ao A 2A7HE S IR AT, Ao C, W ERQ 2B GOEA &
7} 25 10 ppm v RFO. 2 HAE S-S YEF AT

aL, wykz 1”011 <] 1/\171
K

Ao} ol s o] =2to]

AAle] 10 1.8-t]olAprtol A Z = [5.4.0] ] 2~-7-<1 (DBU)C| o] st HFP A 8t4 o] 24| ¢f HFP 2hakA| o] A A

mAAA Cg HEFLE2AE 250gS wity], 3|8 9 AR 7| Ze] 7 H]E 600 mL ZH| e 2 2
ok A7) HAA Cp AEFLLEAELS GCol &) £35S Wl 0.4 TF% D84 HEP oA ¢ 1.0 %% HFP A%

AZ F5-5E 329) DBU % 2569 2249 < A7) 2 wg71e] A7Fseh we7] F EFES wkahEA 03 T
2 MR, 7] A 16 A5 Ml AGSAA 1 A2, 4] g EGEE ool Aoz 9
th Gy HEFLaE Ao GC &4 2, 49384 HEP o] A7} 10 ppm P|REo. 2, HFP A4l 0.1 %% vvte =

HaE A Ee eI
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Aol 11 stol=w 230 wolg 2 (HFE)=25-¥] HFP A J8t%] o|FAS A7 st7] 93k 12} opnle] AL

30 g HFE 7100 &te] =2 Z 2o 2o g 2 (3M Company)E 30 mL Z&] Wl YA AT} 47 HFE 71009 HFP ¥t
SEHEEA o] FA (US. 5,254,774 4 9oF o] Alx)ot HFP &84 o]zkA] (e 5ol AxH)E Foldto],
8,000 ppm HFP §r&& 5 27 o)A, 3,200 ppm HFP @9 &4 o)A, 2 15 ppme] & 433 HFP 0]% A o] o] A
stol=gtol =& sl e sk glth. 1.2g9] <oyl (Aldrich) & 771 Hﬂoﬂ A7V A7) B WEstar, wwkr] Ao
A A7) AL, *E‘&oﬂﬁ 2 A 7HseE kA 7Tl 9ojz HFE 71009 GC#4]8- HFP €984 o)A 7} 17 ppm O &, o] &
Al stol=gto| =7t AE7HSEA 8 AEE FAE AT HFP WHgEEE4 oAl Wty A ZdaS e ATt

AA] 12 sfo] =R EF 0 Z H 2 (HFE)= T E] HFP H 9514 o|FA & A Asl7] 95k 23F of1 o] ALE

HEP o] %A (A A4 116 7] A1 gk vhef Z5)E 713k 30 g¢ HFE7100 sfo]| =2 & F 0 ZoH 25 30 mL &2 el 9
A, 1.2g9] E2EH (Aldrich)& 37] Woll A7ttt 7] ¥-& dashar, byl $IxA17]aL, 220 A 2

A 7F %ot kA 7Tk, o] Z HFE 71009 GCE418 HFP € 938t7 oA 7} 26 ppm e & A% QA HFP Hhe&x 2
A ol A = WMElE A S-S HERAATE

AAle] 13 stol=m T2 0 RoH = (HFE)® T F HFP Hst4 o| A& A7 st7] 95k 3xF ofnl o] AR

HFP o] A (DA< 110 7] A3 vhe} 28-S Fo]dk 30 g¢] HFE7100 3lo| =22 FQ 2o H 22 3
A AT 1.2g9] 1,8-tolxtulol A E 2 [5.4.0] $Hl2=-7-2 (DBU)S A7) ol A8kt A7) %
w7 Ake)] QXA 7] AL, A Lo A 24 7H5¢F wRkA] A th oW HFE 71004 GCEA & HFP €<938H4 o)A 7} 30

ppmo = A 93 HFP vHS-& L 24 o]k = M3ls A 29SS el T).

e ) 958 5 AT B E NS ALEse] A5k e 2 uv FAYES AN GE GET PUS AT
ATk A, 4] e FAAOE fral AA EE g 2O TS Fom, ) AAE HdHow A5
HEP-# 58 A8 588 42714 gt

aQ

ofo
12
ofy
1o,
)
>
il
it
to
it
(&l
fu
L
)
0,
o
2
i
g
18
%
Y

] ol @A = o] A HA B 7] = A

b. 471 &N& 32 obwl Hi= 3} okl A3 HFAIA ofwl-oF A AAYN =S AN TI= A =

£ X3, o RY Y ANEFoR TR R of A S AN B

A1kl QloiA, 47] ol B AR WAL Y] oA S A7) o] JAASE DA FR L= L AR S0P
o EFo el o] 23} HEAY]E WA R T P,

37T 3.

A2akl Qoj A, 7] EFoeho] =7}, ol A|sh AslA o HA/AA W] o]a) whgA| oA A H = W,
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AT 4.

A2l oA, 47| EF 8o

In
o,
rlo
o,
i
2
ol
rir
o
ol
24
lo,
of
ofy
ol
=
=
o
1
=
X,
—
o
ofy
ol
R
r o
ol
L

3T 5.

A2l glo1 A, 47] o1 AA B WAL 3] AL SEAA FANTE AL EFshE .

3T 6.

A23kol YoIA, A7) ol A A TAZE 7] £91E 100 T olabe] LxolA FFANT)E AL e .

AT

A1l dej A, 7] 32k ofwlo], N-wd R=Ed, Bl A-2-twdotr ol d) o g 2, 1-md-4-t | do}lr] o &
g 2bxl, geg widoldl, Egjogolnl, g o golyl, Egjugolrl s dudogoly]l vudZzFolwl, Jejd,
10-"rdotr v d, 2-dldojrthE Bl 2-od-4-wd o tpE3} 2 ojm|thE, g Edtvd Folyd, 1,3,5-E
ga(Hugopn| =22 3) dAtslo] =2 -s-Egolx], det gz e g Egjolnl, detudr A Egopnl, vrg
Algm Aol 1,8-toAtuto| Al F 2(5,4,0)- 2t 2=-7-21 (DBU), 1,4-HopAputol A S & (2,2,2) & HEHINEE
golgdl toidl, vgdll-H| =X Z =34 ofwl), NN NN- Bl EgH-9 ogivjoly], g Egtvd-d Eetr g o g
Hotrl, gy g e, gl Et e rotn) e g 2 derd ol Egoldl, o]59] £FE H 0|5 o o
Folxl ol A e Al .

3T 8.

A1l Lol A, 7] obwl-ol Al HI7PYAE o] 7]& o] wE7]dl o3| Al A ¥ = .

AT 0.

A1l Lol A, 7] ofwl-ol Al M7 E o] S0l olsl AIA == .

4T% 10.

ALl QlolA, 47) Golo] A EFe R A AT N ET o = ohel o} Bge] g YRS TS E P,

AT 11

ATl oA, B7] Gl A oyl-cl@a] WA Ee] FIAEE 7717 S8 SulE Wbk wAE o X3
5];—‘: H}

o B\

AT% 12.

_10_
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A28kl QlolA, 47) o] 4 AR 7L 4k o] Frle] EAshel - E = g
1 O H"H-

3T 13.

A28l oA, &71 el Ful7t e d SR E

et

DR

AT 14.

A1l oA, A7) sHA o] gkx AT 7
s 37) Aejet oAt A ehA o] FAl sk WS SR o] Ao EFBRIE A

4T% 15.

AL QolA, 471 o) AA I §rhel EASH A=
0 H-

T% 16.

AT 17.

A16F el oA, &7 2F 2238 shgtae] HEF 23t A=A Y
— iU O H-

3T 18.

A7l QoIA, A7) AARA 7L HE 50 25} oLl Fefo =, HEQ 25} o 2E| 2, Fi HET0 23} 915
y = g — —, A= 2 %TJ‘E_ ?_6 O]Elj/]‘

BT 19.

A1kl QoA A7) HelE 52 7F 1000 ppm "] 5He] o] FA S zh= A <) v
R ! =

_11_
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