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{DEME)[TFSA} G (0.6) VL(s.0)
{TMPA][TFSA] G (0.3) VL
[(BMIM)[TFSA] G008 | Vi(ow 20
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[EMIM][TFSA] G (0.3) VL
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y-Butyrolactone (GBL) G (0.5 -
N,N-Dimethylformamide (DMF) G{0.3) -
Dmethylsulfoxide (MMSQ) G(0.7D G(l1.0)
1 M LiCIOs / PC G (0.04) G (3.0) 30
1 M LiClO: / GBL G{0.D) G{3.0)
PAO G (0.2) G{l.0)
7383, J|P. GIUBISTINBIET IACRE. VLIFISEREETTNTNERL,
R EOTB(LRMESTEXRT. '
[DEMEJ[TFSA]: N-Diethyl-N-rnethy] -N-(2-methoxyethyl)axﬁmonium bis(trifluoromethanesulfonyl)amide
[TMPA]{TFSA): N,N,N-Trimethyl-N.propylammonium bis(uiﬂuorométhanesulfmyl)amide
[(BMIM][TFSA}/ [C.mim]{TFSA}: i-Buthyl-3-methylimidazolium bis(trifluoromethanesulfonyl)amide 20

[EMIMI[TFSA] / {Comim]{TFSA): 1-Ethyl-3-methvlimidazolium bis(trifluoromethanesulfonvamide
[P13])[TFSA]: X-Methyl-N-propyvipvrrolidinium bi s(triﬂuoromethanesulfonyl)amide
PAO: Poly a olefin ‘
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THNMR (500MHz ,DMSO-dg) 0
6 =3.76(3H,s),6.88(2H,d,J=8.5Hz),7.73(2H,d,J=8.5Hz),7.85(2H,s)ppm
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v =1580,1477(C=C),1248-1140(C-F)cm~1

THNMR(500MHz ,,CDCI 5) [0
d =2.33-2.43(2H,m),3.10(2H,m),7.23(2H,d,J=8_.5Hz),7.46(2H,d,J=8.5Hz) ppm

gooooagao

Oo000OooOoao
Oo0o0o0o0oao
c6F13c2H45©~Br + CH;0 B(OH),
(D) (B)
Pd 3
(OAc), I?Ph > GF3GHgS Q O OCH;
Na,COs aq Dioxane
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000000 (11)(0.01g,1.2mol%)0 00000000000 (0.03
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THNMR (500MHz ,CDC1 3) 0

10

30

40

50



(14) JP 2015-168638 A 2015.9.28

5 =2.33-2.48(2H,m),3.14(2H,m),3.85(3H,s),6.98(2H,d,J=9.2Hz),7.41(2H,d,I=8.5Hz) ,7
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& =2.37-2.48(2H,m),3.14(2H,m),4.92(1H,s),6.91(2H,d,J=8_5Hz),7.41(2H,d,I=7.9Hz) ,7
.47(2H,d,J=8.5Hz),7.51(2H,d, J=7 .9Hz)ppm
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CeF13C2H4l, -
HO SH » HO SC2H4CBF13
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6 =1.49-1.58(6H,m),1.80(2H,quin,J=6.4Hz),1.90(2H,quin,J=6.4Hz),2.28-2.38(2H,m),3
.30(2H,m),3.42(2H,t,J=6_.7Hz),3.95(2H,t,J=6.7Hz) ,6.86(2H,d,J=8.5Hz) ,7.36(2H,d,J=8
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THNMR (500MHz ,CDC1 3) 0

& =1.52-1.58(8H,m)0 1.85(2H,quin,J=6.4Hz)0 1.91(2H,quin,J=6.4Hz)0 2.53-2.63(2H,m 50
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)0 3.28-3.31(2H,m)0 3.43(2H,t,J=6.7Hz)0 4.06(2H,t,J=6_4Hz)O 7.05(2H,d,J=8.5Hz)0
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.56-2_63(2H,m),3.14(2H,m),3.29(2H, tt,J=8_2,4.0Hz) ,4.03(2H, t,J=6.4Hz) ,4.07(2H, t,J
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v =2936,2862(>CH,),1595,1495(C=C) ,1246-1144(C-F),640-520(C-Br)cm~*

THNMR (500MHz , CDCl 5) [
& =1.49-1.58(6H,m),1.80(2H,quin,J=6.4Hz),1.90(2H,quin,J=6.4Hz),2.28-2.38(2H,m),3
.30(2H,m),3.42(2H,t,J=6_7Hz),3.95(2H,t,J=6.7Hz) ,6.86(2H,d,J=8.5Hz) ,7.36(2H.,d, J=8
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ooooao
CeF13C2Hsl  KoCO; - |
H S—{: :}—Br > CgF13CoHgS Br
Acetone
(Ky Reflux for 1 day (L)
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THNMR (500MHz , CDCl5) 0

5 =2.55-2.65(2H,m),3.33(2H,m),7.77(2H,d,J=8.5Hz),7.81(2H,d, J=8.5Hz)ppm
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.77(2H,d,J=8.5Hz),7.96(2H,d,J=8_.5HZz) ppm
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THNMR (500MHz ,DMSO-dg) 0
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1THNMR (500MHz ,CDC1 3) 0

6 =1.83(2H,quin,J=6.4Hz),1.86(2H,quin,J=6.4Hz),2.28-2.38(2H,m),2.58-2.69(2H,m),2
-99(2H,m),3.35(2H,m),3.98(2H,t,J=6.4Hz) ,4.04(2H,t,J=6.4Hz) ,6.87(2H,d,J=8.5Hz),7.
01(2H,d,J=8.5Hz),7.37(2H,d,J=8_.5Hz),7.57(2H,d,J=8_.5Hz) ,7.77(2H,d,J=8_.5Hz) ,7.96(2
H,d,J=8_.5Hz)ppm
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Solvent [BMIMJ[TFSA] :
Tubefg]  Sample[g] Solveni[g] Conc.fwt%] State T oersar[°C]
4.8751 0.0015 0.0497 2.93 Gel 140 156
0.1014 1.46 Gel 125 142
- 0.1466 1.01 Gel 112 136
0.1925 0.77 Gel 100 128
0.2546 0.59 Gel 42 112
0.3143 0.47 Sol #N/A - #N/A
Solvent [DEME][TESA}
Tubefg]  Samplefg] Solventfg] Conc.fwit%] State T or e [°C]
4.8842 0.0028  0.0921 295 Gel 130 140
0.1578 " 174 Gel 122 130
0.2673 1.04 Gel 109 120
0.3566 0.78 Gel 92 113
0.495 0.56 Gel 50 98
0.5589 0.50 Sol HN/A  EN/A
Solvent  [EMIMJ[TESAJ
Tubefg]  Samplefg] Solvemifg] Cone.frt%] State Teusaa [°C]
4.8755 6.0029 0.1106 - 2.56 Gel 150 162
0.1786 1.60 Gel 142 153
0.2893 0.99 Gel 122 146
0.3742 0.77 Gel 116 136
0.5023 0.57 Gel 107 128
0.7245 0.40 Gel 93 115
-0.977 0.30 Gel 78 106
1.4357 0.20 Sol #N/A  EN/A
Solvenr [PI3ITFSA]
Tube[g]  Sample[g] Solvemifg] Conc.fnr%] Statre T getsor[°C]
4.8270 0.0016 0.0702 2,23 Gel 150 163
0.1324 1.19 Gel 128 145
0.2133 0.74 Gel 87 129
0.2722 0.58 Sol #N/A  #N/A
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Tubefe]  Samplefg] Solvenifg] Conc.fit%] State T g s [°C]
49215 0.0020 " 0.0749 2.60 Gel 162 176
0.1187 1.66 Gel 152 172
0.1803 1.09 Gel 140 163
0.2595 0.76 Gel 129 156
0.3352 0.59 Gel 106 149
0.5307 0.38 Gel 83 139
0.6627 0.30 Gel 75 136
0.8732 0.23 Sol #N/A. #N/A
Solvent PC
Tube[g] Samplefg] Solventfg] Conefwt%] Srate T persa °C]
4.8210 0.002 0.0659 295 Gel 97 120
0.0992 1.98 Gel 94 118
0.1987 1.00 Gel 16 115
0.2292 0.87 Gel 45 86
0.2697 0.74 Gel 42 85
0.3222 0.62 Sol H#N/A  EN/A
Solvent GBL
Tubefg]  Samplefg] Solventfg] Cone.fr%] State T gorsa [°C]
4.9055 0.0025 0.0850 2.86 Gel 95 110
0.1258 1.95 Gel 89 95 :
0.1586 1.55 - Gel 82 95
0.2244 1.10 Gel 71 85
0.3333 0.74 Gel 30 79
0.4669 0.53 Gel 46 76
0.6142 0.41 Sol #N/A  EN/A
Solvent DMSO
Tubefg]  Sample[g] Solvenifg] Conc.fwt%] Strate T g [°C]
4.8729 0.0024 0.0896 2.61 Gel 94 120
0.1706 1.39 Gel 89 110
0.2449 0.97 Gel 72 98
0.3052 0.78 Gel 61 92
0.4025 0.59 Gel 45 90
0.5911 0.40 Gel 42 90
0.7941 0.30 Gel 40 36
1.1971 0.20 Sol #N/A  H#N/A
Solvent DMF
T ube[_.g] Samplefg] Solventfg] Conc.fnr?; Srate Toasal°C]
4.8978 0.0020 0.0685 2.84 Gel 88 118
0.0849 2.30 Gel 8 116
0.1222 1.61 Gel 78 72
0.1653 1.20 - Gel 62 72
0.2135 0.92 Gel 46 69
' 0.2810 0.711 Gel 40 68
0.3973 0.50 Sol #N/A  ENJA
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oo
Solvent IM LiCl0 4/PC
Tube[g]  Samplefg] Solvenifg] Conc.[wt%] State T ortsa °C
4.876 0.0011 0.0424 248 Gel 32 #N/A
0.0546 1.94 Gel S0 EN/A
. 0.0981 1.10 Gel 76 EN/A
0.1340 0.81 Gel 57 #N/A
0.1888 0.58 Gel 50 EN/A
0.2763 0.40 Gel 46 #IN/A
0.5603 0.20 Gel 40 #N/A
1.0700 0.10 Gel 36 #N/A
1.3794 0.08 Gel 34 HN/A
1.8522 0.06 Gel 33 HNA
2.7831 0.04 Gel 30 #N/A
3.6796 0.03 Sol #N/A  #N/A
Solvent IM LiClO ,/GBL
Tubefg]  Sample[g] Solventfg] Conc.fwr%]  Srate T onsal°C]
4.8927 0.0009 0.0315 2.69 Gel 73 EN/A
0.6436 1.97 | Gel 72 H#N/A
0.0823 1.07 Gel 70 #N/A
0.1132 0.78 Gel 59 #N/A
0.1515 - 0.59 Gel 53 EN/A
0.2240 0.40 Gel 42 HN/A
0.4563 0.20 Gel 32 EN/A
0.8963 0.10 Sol EN/A  EN/A
Solvent PAO
Tube[g]  Sample[g] Solventfg] Conecfwt%]  State T eatsa°C]
4.8912 0.0053 0.1780 2.94 Gel 117 #N/A
0.2509 2,10 Gel 116 EN/A
0.5323 0.99 Gel 98 #N/A
-0.6679 0.79 Gel 56 #N/A
0.5819 0.60 Gel 42 EN/A
1.3142 0.40 Gel 39 #N/A
2.7065 0.20 Gel 36 EN/A
5.3000 0.10 Sol #N/A  EN/A
DDDDDDDDDDDDDDDDDDDDDDDDDDDD
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gooooao
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Solvent PAQ
Tubefg]  Samplefs] Solventfz] Conc.fwt%] State T er.cot [°C]
4.873 0.0036  0.1199 291 Gel 50  #N/A
0.1899 1.86 Gel 43 #N/A
0.3516 1.01 Gel 34 H#N/A-
0.4497 0.79 Sol #N/A  EN/A
oooooao
gooooao
[BMIM][TFSA]O O O 1-Butyl-3-methylimidazoliumbis(trifluoromethanesulfonyl)amide
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0000000 bOoD000oo0o0D0o00oo0DoDo0DU0o0o0DoDoDUooooDoDoooDoDooOoOoooc
0dodoooo0ooDoDoooooDoooooDoDooooDoD-0o0-0) ™OoooOooOooDoOOd
OO00000O00O00O0O0O0OE2ME)D 00 O0ODO99.9%Co (00000000 )O99.99
WN(CDODODDODODODOO)H)DDODOODOOOODOMessPro20 000D OOODODODOODODO
0
oooooao

10

20



(29)

JP 2015-168638 A 2015.9.28

Ooo0ooao
[BMIMILTFS AV )L 25'C 0,
EH MMEE MP2ER MPIOBIR MERMTD MPIZSERR MPID sy HuEE ELHE
MP1-ZP  MP2-MP1 {3 EAEE RHIFh EHeE
MPa g € £ e/cmd g £ g me/g mL/e -
BT 0 15060483 20.055871 a [ 0 0 0 0 ] 0 ‘
HIES 01 16054418 2004604 0008931 0002009314 0.007338674 -0.006065 0001274 3.981474 2.02773¢ 003710
AEE2 02 16049189 2003903 0016791 0003777673 0M3IP07298 -0.011294 0002602 7.826252 3995349 0.070561
BIES3 03 15043674 2003082 0026051 0005636024 (0.020584606 -0.016809 0003776 11.80246 6.010912 010274
HIzEE4 04 15038408 20023902 0032841 0007333634 002608571 -0.021084 0005002 15623623 7.062010 0.131700
BlZEES - 05 15032012 20.0147 0041171 0009262734 0023830538 -0.027571 [0.00626 1056717 0.065420 0.150547
BlzESE 06 15027502 2000664 0049231 001107608 (040453504 -0.032081 0007473 2335887 11.80652 0.184752
BIES? 07 15021933 1299831 0.057561 0012950188 0047208331  -0.030855 0008748 27.34308 13.92760 (,200682 10
WIESE 08 1601672 1000054 0.066311 DD01469370¢ MOG3AAEEA? -004377 0009806 2083231 1575412 0.230832
HIFEES 0O 15010817 1098182 0074051 0016660142 0060848205 -0.040GG6 0011182 3405FS0 17.80265 0.253246
LB S0 1_15004568 1907952 0063341 0018750225 006941961 0055016 0.012567 30.28403  20.0071 0.275051
[BMIMI[TFS &1 25°C £0,
Eh vPiERE MP2ER MPOF R BERGATD MPIZRSERE MPID frEs HSE EI-HE
MP1-ZP  MP2-MP1 %A IR HIiEh EikRE
MPa e £ € efemd € € [4 el ml/g -
AT 0 15081973 2005669 i 0 [} 0 0 i [i] 0
BIEST 01 15035007  20.04674 0.00895 0002013582 0007340257 -0ODG0AG OOGI282 417863 2124148 0.038206
WES2 02 15050887 2003922 001647 Q003705454 0013524275 -0011086 0002438 7030670 4043626 007034
HES3 03 15.045266 2003079 D024 0005602052 0020446537 -DO16707 0.00371 1217693 6.201632 0.103976
BIES4 04 16030086  20.0220 003278 000737716 0023025370 -0021987 0004033 16.08060 $£.180787 0713088
BIESS 05 15.034239 2001436 0.04133 0009208506 0.033037966 -0.027734 GODA204 20.20178 10.28863 0161437
WES6 06 15028678  20.00607 0.04952 DO11163607 0.040745267 -0.033205 (00745 24.26007 1235549 0187778
BIEEST 07 15.023049 | 18.99767 0.05802 0013053456 0047642894 -0.038924 0008719 20.39106 14.45938 0.212044 20
BESS 08 15017948 1899011 0.065583 001475432 0053950758 -0.044026 0009826 310063 16205 D23366
WEESS 09 15012308 1998174 0.073% 0016637419 005072375 -0.04967 0011054 35.90208 1233149 0.255404
GBIES10 1 15006093  10.9752 0.08317 001871753 0063294717 -0.05538 0012415 4042565 2058851 0.278105 |
[BMIMIITFSATF L 25°C N,
EN MPIEE MP2EE  NPIORUE HIearcd MPImRA NMPIO  jEE BEEEE ETTR
MP1-Z®  MPZ-MP1 Fh Frh#EE BlH=2h T2
MPz ¢ £ g z/em3 4 g z mz/e ml/e -
EET] 0 1572107 2005491 i 0 0 0 0 0 0 0
BMEM 01
%}ﬁz' 02 15712334 2004601 00099 0002227322 0.008956303 -0D0B736 0000222 0223084 0.178575 0003389
B15E mad 03
%gﬁdl 0.4 15703408 - 20036 001231 0.004479302 0.018016144 -0017572 0000444 (445704 0356658 0006748
5 05 '
%ﬁﬁ 06 15694474 2002476 0.030i5 0.006783207 0.027282106 0025596 0000586 0688516 0.5509%6 0010386
MERT 07 30
%ﬁa 0.8 15686304 20018563 0.03538 0.008859721 003562414 0034766 0000368 0.87119 059138 0013106
-t 09 .
e A0 1 15677022 20005 0.04991  0.0i1228352 0.045162518 -0044D38 0001125 1128467 0303016 0016971
{BMIMI[TFSAI 2%°C N,
EA NPIEER MPZEE NPIOEUE HEEHCOR MPIFEGA MPID pEs BuisE ZN5E |
MP1-ZP  MP2-MP1 EX FhEE RH2h 2R :
MPa @ g g/em3 I3 E [ mg/E mlL/g -
EEE 0 1675211 2006491 0 ] 0 i ] 0 0 0
MEm 0 _ .
gggz 02 15743343 2004495 000855 0.0022385717 (0.00900862% -0008762 0000247 0247197 0197811 DOO3794
=3 03 .
g%ﬁd 04 15734533 2003503 001938 0004472542 D017385149 0017577 0000422 0423122 0338589 0006477
HE =5 [115]
%ﬁﬁ 06 1572557 20.6249 002001 GODETSI7T 002N70748  -D02654 0000631 0632202 0505897 0009645
=y 07 .
ﬁﬁs 68 15171 200153 003051 0008611337 003586240 -DO03G0T 0000852 0854455 0583747 DO12993 40
=1t 11}
B 510 1 15708102  2000505° 0045986 0011217503 0045147736 -0D44008 0001135 1137351 0310126 D72
Ooo0ooooooooooooOoooao
ooooooooOoon
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