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[0162]

[0163] 98% w== %79 2,2,3,3,5,5,6,6-FEEFLE2A-(HEFLELH)R2ZH] AE (FA 53] &Y F/ W0
2015/0952855.9] AAld 20 7IAE HAAE AbEste] AxE)S YA S5V 2 A FA7F e A
gfol el 2 (Pyrex) Fiubeh %—E}*EOH Ak, oA, HEFe =S dY-REZY F EAS AL ¥
71 stell A FujFe] thekst 4 zlo] g4 EeEy 2gstal, i 4o yEld 2XolA 1E]ar AzE ek &
ujo] FA oA 7] wwkshA *1 WHSE A ST, g TR AlHCA, W EFES AUAE S
0.45 wlo]m2nE HIZE e B8 9 koA sty B84 Fuls AAsIL, oloA Fe s
GC-FIDE YE e BAsqlct. GCol o) A4H viel 22, dd o4d &9 B UjF &3 o|H2A
(Falx E 2 )29 % Agg 9 T e ALEAAM E:Z o] dAA H7F & 4] 89FF o] Jr}. E 4 7
o144l 6C A7 GC-NS W F NIR Bl ela) selEiny, abwd bl Geol 8] PEEA ok
=, o=, o5 Fule o]ddsl wkgEo| v ARTE veldth. olyd Ade mHALE oE o]dHs
Zul7F U &9 9t os EEd E-odAAR HEFE dHdREEZUS o AstE d AoA
=2 AEAQlE yehit Z4zke] gl a9y or fEd Z o)gHAE o A9 FAHXA
rokedl, ol AXo] AW 85T/ MaH ¥ 2o s, uweEbd, o]#jd ZHvj o)A A3} uk
2o unv= -FR3Y 2,2,3,3,5,5,6,6-2EZF92-4-(1,2,3,3,3- A EF e vz a1 )R2EHS 71
FER Y3 52 AA SRR ASHE AduHola v avAl WS et



[0164]

[0165]
[0166]

[0167]
[0168]

[0169]

[0170]
[0171]

[0172]

SS50dl 10-2499303

[ 4]
Whg 2 B Bz n) - A1
= o, 2‘} & o -
. =v) 29S| we A | vy ex | A AEE H% B2
Zuj = 2o (GC-FID 9 3 5
EF%) (hr) (C) o3t ol A A H
TaFs 12.61 88.5 20 99.60 98.1: 1.9
ZrF, 8.06 18.5 85 84.09 96.6 : 3.4
TiF. 9.77 18.5 85 99.89 92.9: 7.1
NbF; 1.19 3.0 85 99.99 98.3: 1.7

AAle] 20 NbFs SHvls AREEE Ghefe the v EFe 238 dRlolile] E-l-Zradotrlom o] Aeiy o] s}

Rf. Rf Rf.
. [=o0] \ Nt
—_—
/ _Sz( / _\S—CFa i Rf/ _\S_F
Rf, L : Rf, F 2 CF,4
(et 2 o) FAD WRECZAD  (RRZol42AD
£ 5olMe) WEFeEst okl ngE AEES BYPYoR, £y $3/] ¥ Fa FY7Ut Pole A
z vpoldx Fowbe Fepage] FUsglth. AW WEFe s ddolyl, odd 1,1,2,3,3-HEEFR
NN-H] 2 (Ebol E %0 2R R E-9-dl-1-o}ile] Agol, ~ulels 7 §HY =g Fug fe M-
xE WE WV RA AREStel S &4 gle] HIAHTE £ 2ReAe JtES THsEAl sk ololA],
HEFeast dHolyl 2% 245 A4 297] stllA FufREe] 4 NbFsoF 29sbal, 3E 5l UERA 2o
A 2E]ar AIRE ERF &) A stell A wwkstH A whEEHA skl whEo]l TR AFCA, W EES
AlAAE T3l 0.45 mlo]aARME HEE 2E T3] AdA AFste E8&4 FulE AASIAL, olojx FH
o] el S GC-FIDZ= YE ez A8t GCol o3 A&« uiel 22, oo o4 =% 54 Yy S
olAA (3 E R )R] % HA3E F dEE AAENAY E:Z o|AZA M7} & boll 8oFEo] vt E
9 7 olg@Alel 6O MAZE GCUS R F NR EFol ofa) SAEnh. g arge] ol ola) AEHA
g, o, olE Fud olddst vkgEeol e ZARNES yEkdn.  olg3 A= olF o|dds}t vke
AA7F W5 S99 d98txog B3t -0 dAE A Wl dolA =2 A9A9E vehdg. 7
7he] B9, dstHoR FEld 7 o HAAE obF Ao FHNA k. wEkA, olF Zv) ojydst
S AFER YA £ A $ER WER ¥R -TRddelnls deudor g4sts AwHel
Wg vhehdn
[ 5]
e B I A - R e
sgress  |MNIT as o | wees | SERE | a5
& otvl (FF%) (hr) (C) BEN ol g A A H
E)N—CFZCF=CF2 4.14 3 80 99.6 99.7 1 0.3
CsFy
/\N—CFZCF=CF2 5.58 3 90 99.4 97.3 :2.7
CsFy7
CF3
:N—CFZCF=CF2 3.80 3 75 99.67 91.3 : 8.7
CF;

A 3: ShF; WS AFE3 2,2,3,3,5,5,6,6-FEFEF Q2 2-4-(1,1,2,3,3-FE S F LRI Z I -0 d ) LEZ
d

¥l 2,2,3,3,5,5,6,6-FEHEFLE-4-[(£)-1,2,3,3,3-AEEFearaI-1-d|REZdom o] MHels o]
A3}
RF R
ShFy CF
3 5K e oy
= 0°C. 1h

_22_



[0173]

[0174]

[0175]

[0176]

[0177]

[0178]

[0179]
[0180]

[0181]

SS90l 10-2499303

oAHEZF FujE 2 Foute EEad )
ElZFowde)w=2d (20 g, 55.3 mmo
SAE 0CAA 1AZE Bt wuks Al sk,

ox

H
1*1 14 AEle 2,2,3,3,5,5,6,6-2EZF 9 2-4-(1,1,2,3,3-9
1)S 0CelA SbFs (0.6 g, 3 mmol)E AA3] A, A=

olojA WHEES 0T & (10 mL)S H7ige=A AHSAL. 3 T
NapS0, 2 AZAIZTE.  oAatel o8] AxAE AAz ] 18 g0 FHd AA BAYES &3, GC-FIDol <
3 BAe w4 o]F Ao Ui olF Agome] 854h HeE L AAE -z addolvl FAE g
97:39) H%E Bz W2 YR, B 2 Z o] 4=Ae GC WA 7F GC-NS 2 P NMR Bl ol sHelm et
AAd _4: SPF5 FulE A& 1,1,2,3,3-FEEF RN N-H| A (Ego] ZF 2 vE)-Z 2 T -2-¢l-1-0}v1 9]
(£)-1,1,2,3,3-AE}ZF 2 Z2-N N-H| A (Ego] ZF o e )-Z 2 3 -]-¢gl-1-op7l 0 2 9] etz oA a3}

R F R
- SbFs F, j/}cpa
NSFF o0 gq09c o
FsC F FsC F

Ak wdk g}, u e A9 L AR A FFde] AW FAT ofHE ) Fujd 2? Souke S8 a
AlA, UE ZH9 1,1,2,3,3-3 5 E 2 l-1-o}9 (25 g, 88.3

Sl = TRx-2-4

mmol)S -50CoA] SbFs (1.0 g, 4.6 mmol) 2 AA3] A ct. AAE §A& 60—3‘01] A 0CE HA3 7}
=
[¢)

@ oA ANES AFAHAT. GOFIDOl o) AHEe BAS W % ofF A W olF Agem
98+h AEE W AP 1-ZEsldobnl APE] thd 93:79) HF B2 ME kAT, E R 2 oA

T T2 sto|=EA gzt ojge] vkg HRRFH AAHNY. FER=dg U
N obRlst slol=mal wrize] weol g
A=-7F ?Hl% 5.7 L9 7+d¥ FTIR 7}
Ao A Fegslrt.  480W A= A7t (Oriel Instruments) UV ®X wdl
669218 ALg3le] 5719 EA] o $.&8 FRFTFoEHN slo|m=A g}qg___,o WA AT, TY o
A (Midac Corporation) . 2HE]S] [-A2]= FTIRS AF&3te] W A7kl 2 -Zasdela 2 7% g
sZo] w2 =59k, shr)d UEkd ulel o] 71F FetE gib] - agdolule] wkgs & wl s]E
2o By FYoRREH tr|F £UE Aednt:

m

A71M, 1. 1-Zeddetne g)F &
gt 2z Fzesdeln B 7)F sehRe] vyl uiE &= R4olt,

3
=2
A
flo
N
M
oty
i)
il
o
=
N
ofy
4
oL
%)
k1
&~
ME,

k&

o
Qo
2
ml

oy g t7ls FHS ARgste] 1-ZR2u|doyl o] JAA S el A7+ 233t A5 (GWP)E FA43H3Arh. 100
9 ARE S (ITDE ARSske] 715 skl tidh A5-3E @Al (IPCC) 2013 el wheh GiPE Altst3t
b ol gk Albel AREE HAF &S ZA7te] 1-xgwdollel] gk B o] A A et 7 o] ddA o] E3fEel o
3l SA4€ Aol ddol izt 1-zzsdotrle] E B 7 ol d Aol tid dxrt & 60l HEht v
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[0182]

[0183]

[0184]

[0185]

[0186]

[0187]

[0188]

[0189]
[0190]

[0191]

SS90l 10-2499303

6]

b

E-% z-1-ZE3delvle] SAHY U7 F % 2 =435 GWP

H71F F9% (yr) ZA " GWP (100 d ITH)
1-Z 23 dolnl E-o]AAA | -] AA E-o] A A Z-°o] A A
(CF3),N-CF=CFCF; 0.71 1.9 50 140
C,F5(CF3)N-CF=CFCF; 1.4 3.5 110 270
O F N—CF=CFCFs 0.80 2.6 80 250
\__/
AMAld 60 AlICLel 3 2,2,3,3,5,5,6,6-SEEF22-4-(1,1,2,3,3-HEEFQEIZ I 0-o|d )R EFH 9
(£)-2,2,3,3,5,5,6,6-SEFEF22-4-(1,2,3,3,3-HEEF L2222 -1-d ) REFH 0 2 9] o] 3}

: F AICI ) CF
—\ — 3 / N\ 3
O F N4/27
O F N F F Y

Q1(Schlenk line)el AZA®E F=HT AAHE7F F1]€ 25 nl 2
A AICL; (B E%, 0.18 g, 1.4 mmol)e ~EZ 3}olA]

2,2,3,3,5,5,6,6-2EZF07-4-(1,1,2,3,3-AgZFogIxa I o-od)REZH (10 g, 27.7 mmol)S =Y}

__%
o
E
is&

A At Aol 16A17F BeF E 80TAIA 2417 BeF wnkalgin. F4 0
SN B A4S Ralsta, NaSoE A

zﬂﬂfs}ﬂ 9.3 g9] Eﬂé‘& HA *M%% AEskgith.  GC-FIDo 93 AAE o

U 8 1-Z 2w dolwl AR uld 97:39 HF E:Z HE »}EM

ATk, E 2 7 o]AAAL] GC WA7F GC-NS 2 F NIR Egwiol o8] el i),

AN 70 AICLel 98k 1,1,2,3,3-HEFZFQ2-N,N-H| A (Egto]ZF e wug) g x-9-ql-1-0}79] (E)-

1,2,3,3,3-HEFZF Q2N N-H| A (Egto| Z2F o 2vE) T2 -1-¢l-1-o}7l o 2 o] o] A3}
F F R
FiC, )= AC R j’CFs
N—F F " 16h N
FsC F -~ Fs€ F
2
80 °C, 2h

R

A4 b w1 Ad 9 FEE S e gkl dA® FAT ofWE s puE 25 ml 2
Zekas ol M, Az A4, ool AlCl; (5 2%, 0.23 g, 1.76 nmol) 2] ~EH 3lelA 1,1,2,3,3-9
RN NH 2= (Egte] FF e )R -9-dl-1-c}7 (10 g, 35.3 mmol)S Z=YPaich. BAE dENs
o Al 16A1%F st wnkelqlth. 3 o] A3} (5, 80C)9 A, 1A H FulE fE 4w el
AlZE Boh 7hdEgit. F&o e WHEES 4T B (10 mb)S H7Mgo =M AAS L. - Eas)
FS EEhal, Na,SO= AZAIZT. Ao os] AxAE AASIA 9.1 gof FHe HA YFES A
GC-FIDol oJ&t AgEo] AL Uk &g ofF Afe] Ui olF Aoz 98.9% Hehs % AHH 1-
Teddolyl A td 97:39) HE E:Z v JERIY. E 2 Z oA GC WA} GCUS @ F
NVR 3wl ofsf gl = At

2o _8: SbClsell 28 2,2,3,3,5,5,6,6-SEEF22-4-(1,1,2,3,3-HEZF 22
(£)-2,2,3,3,5,5,6,6-2 B ZF 9 2-4-(1,2,3,3,3- A S F ORI I-]-od )=

ue iy
_?i
fo 1

olr

i

_(
=

~
3 X T

O

=
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[0192]

[0193]

[0194]

[0195]

[0196]

[0197]
[0198]

[0199]

SS90l 10-2499303

RN F  sboi N o
O N
O F N—4F F  F )

N rt, 24h F
EE
80 °C, 2h
AN o, A o g B YA el dd FUT el dEl PR 2l 27 S

IR

gk oA, Az A, ololA ShCls (5 8%, 0.42 g, 1.4 mmo )4 2E¥ &ol|A 2.2,3,3,5,5,6,6-35E=
HAEFZ RO REIRITo-o|d)LEZY (10 g, 27.7 mol)S =Y3H3ATH.
AgE &g AZoA 24417 FF EE 80TlA 2A1%F &<t
k. S EASEA JS #Eska, NaSo=

=
AzARL. olg] s AzAT A 9.5 g0 T A PHEL VEHAT. CFID A A

B9 BALo wo &Y ol Aol Y o|F Aozl 747t 25T 2 80TAAIY 90% L 99.9% A3 D F
75 Bl 9l 1-x2dolyl A E] tist 97:39] HF E:Z ¥]E YERUY. E 2 Z o]

AAd 90 AICLel 9% 1,1,2,3,3-AEFZFFLE-NNHA(HEFLRIRI) I I -2-¢l-1-0}719] (f)-
1,2,3,3,3-HEFEF QLZ-NN-H|2(HEF QLR EZZ I ) E & 2 -]1-ql-1-o}F1 2 Z o] o]/ d 3}

R R
I 5 1% AICH |

"CaFyr F i ot "CsFr  F

gk Bl E ulek 8 mL who]<e] AICL; (28 mg, 21 mmol, 5.0 E%) % 1,1,2,3,3-HEFEF2-N N0~ (HZE
FoRIZINIZI-2-q-1-o}F (2.0 g, 4.1 mmol)S AUk, AAHD EFES HLoA 16417 FoF
= Al 3F S, 0.45 pm PVDF Al”1X] FEE F3l ofyste] 74 AA ozt (1.95 g)& Ltt. o9
GC B4 &9 549 99% AgE H 98:29] frAl-ofr|xa2dl nlE EIAA FHTh. GC B4 T3, o
o] Hoj= 96.5%7F AdE oA} AAHE, F- 2 1ol 2AS ¥IseS BAFAY. BRE T
Z7F GC-MS 41 9@ F NMR 239 o3 gelE gt

2 e HE g APJoRRE Hojdo] glo] B ddol g theket £ 2 wiAo] Fdx A HHsA &
A o] 2 odg o B owaae] ZAE A AA HEE 2 AAg S o FFEA ATEHES oL
A ogkar, a3 AAGE 2 AA] HEES WA G2 AAEHY, oju B wyol W= dv]e) fo] B 1
Aol 71AE Lol st AR =S JrgS oldstedof st} E WA d&H E FuEd
2 AAHoE B WA Hu=2 xFHECh
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