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Table 1-2-1-1. Properties of C-X bond

Properties C-H C-F C-Cl C-Br C-l
Bond length / nm 0.1091 0.1317 0.1766 0.194 0.213
Bonding energy / kJ mol~? 411 484 323 269 212
Polarizability (x,) / 10724 cm™3 0.66 0.68 2.58 — —
Dipole moment (u) /D @ 0.3 1.51 1.56 1.48 1.29

aD stands for debye (1 D = 3.33564 x 10730 C m).
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Table 1-2-2-1. Intramolecular cohesive energy

Structure Cohesive energy / kJ  Structure Cohesive energy / kJ
£ i Gl
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F F H Cl
- H Q
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H H H
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T AREERIRAR L MRS, COp WG LT D A A IR DIRFEEAGIZ, A A /IR 1 5ok L
T COr ¥ 4~5 FFHETIANIZIREET S, DT 20~30% LA L 720 *), Z OER
I ATF AT =F NI NS A A IR TR, 77— B A A R 2
FH T, COy M D DR L T RIBRED 7> M C BRI b 5720

EEZLND, J7, CO WHFITENA A RENE T 20D 2 L DNBERUREEIE D 5
LM ENTND O, DF Y | A FUEIRIE COy IWEIZLENH ADIUREEE (s H5)
PMET LRV, ZOERI, CO, 03H OREERMT 52 & Tr —m I A 4 M EEN
DIHEDLTHEEZ NS,

A A ARARD T AYRIRA F7 = R

AF IR E CO, DBFMEZED D E VI BENOFZIE, COx ET =F D7 v FER
T DONA AFE— I B ERNEE L 725, HlzE, WWHE A I XU 7 L%RAF
/WW@$TC@%%@%£<@#¢?*%/3@(%4P% TFSA) IZEHT 5 &,

Y B DA ZASEEEDRE NS DI E | CO, & DA 4FE L, FEEE, KM
;%TéC@&T:ﬁ/wﬁéIXW%~ FHERRE R BMW?W6®E#TNAiU
REL, BMSHEMERT 2B ZRLTND 4, N, CO NEICRBITFHT U Z L E—
ILZ D[ E1EIFE B L TWA23, TFSA 75>Hi%>/J\éb\f\/)~iE4}i (CO2 HX%E) L
TV % (Table1-3-4-1) DT, A FURIRIZBIT D CO, WEIF= o LE—Lh b hm
E—DFHGRREN, T72bL, CO, WETIET =4 EOMAEEMTZ T TR A V1K
R H AZIE SEHZEMEEVHT LV I BENEE THLZ ERNDNn>TnD M),
VXU, A A OWIER IV F—TEMAERE L TWD XS RIGEIIE, A3
WOMHAEEHEZMZ HiL, HAZNETE HEMBEL (BEE (V) HRE ), Y
T ZANE BB FHID,

Table 1-3-4-1. Thermodynamic parameters of CO, solubility 2
lonic liquids V,,/ecm®mol™  Hgo, / MPa  Ah/kJ mol™' As/J mol™' K=' Porosity / %

[BMIM][BF4] 188 5.90 -13.9 -45.6 35.9
[BMIM][PF6] 207 5.34 -14.3 -47.8 36.3
[BMIM][TFSA] 293 3.30 -12.5 -41.3 39.2

aV Heop, AA, and As are molar volume, Henry’s constant of CO,, enthalpy change for CO,
solubility, and entropy change for CO, solubility at 25°C, respectively.
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AIZS VT ERDOAF A BLOET v FROT =4 & b oA A A IKOBAL Hh
& EIARFE (Vm). CO» ~2 U —EEL (Heoz)s CO/Ny BIRME (0coonz) % Table 1-3-4-2 (2
F LT I NI A A ARIRD B NAARFEDIKE < 7R DTS T, COp TR R & <
o TCWD, —Ji, CO IWMRENRRE R DT> T COMNy BIRMEIT/NE S 2o TN D,
DEY | AT ARIKRD COr IREE L COYNy IBIPEIL R L— RA T ORRIZH D,

Table 1-3-4-2.  H5, and dggon, for imidazolium based ionic liquids 2

lonic liquids mp/°C n/cP V,/cm®mol™" Hy,/MPa OcozN2
[BMIM][BF4] =71 75 188 5.90 -
[BMIM][PF6] 10 182 207 5.34 26
(BMIMITFSA] 40 203 330 31
[EMIM][TFSA] -33 32 259 3.56 36
[BMIM][TFSA] -3 40 293 3.30 31
[HMIM][TFSA] -9 56 327 3.16 29
AOMIMITFSA] =78 ot 361 30 . 27
[CeH,FGMIMITFSA] <25 - 346 2.84 20
[CeH,FMIM][TFSA] <25 — 401 2.73 16
Methanol -98 0.61° 40.5 15.4 23
AN -45 0.32 52.2 6.04 64
PC -49 2.8P 85.9 6.69 57

amp, 7, Vi, Hoop @nd Ogogne @re melting point, viscosity, molar volume, Henry’s
constant of CO,, and CO,/N, selectivity at 25°C, respectively. °20°C.

oA A RAR DA%

S.Dai ik, B 7 ) ROT =F &b oA T IR E VD CO ~2 U —EH
(Hcoz) & CO/Ny BIRWE (acoamz) PWINEAFRETH D Z & &2 HE LT D 0, Z ORI
BTV, stREAZREZ AV I 2 b—2 2 Vb, COp WS IZPENZERR (B
BFE) AT 272D EZEZHNTND Y, MZAT, ZNHDA FRIKIL, 7 v FEROT
=AU E O AR E I L CERE TH D7 IBEEE O EARETE B,

Table 1-3-4-3.  H,o, and agoone fOr cyanated anion based ionic liquids @

lonic liquids mp/°C nl/cP V,/cm3mol™' Hyo,/ MPa o2
[BMIM][N(CN)2] <-50 33 192 — 51
[BMIM][C(CN)3] <25 26 221 — 45
[BMIMIBCNA] <2529 245 323 . 40
[EMIM][B(CN)4] 13 16 219 3.89 53
[P14][B(CN)4] 22 45 263 3.04 38
[PP14][B(CN)4] <25 81 249 3.02 37

amp, 1, Vi, Hgoz @nd agogne are melting point, viscosity, molar volume, Henry’s
constant of CO,, and CO,/N, selectivity at 25°C, respectively.
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— R A A WERIE CO, MBS T B 720, BAT AHITENT COp HIEME
EVRREEDN /NS 72 %, £ ZC, J.E Brennecke Hi%, 7 X JBEROT =F 2 (4T HA A
YBIR R ANF L N(T R T TV RAR= T AT B Y F— A 0.1 MPa ([ZBWTH 11
DAL R T COy EWPE - LFET D Z LA WE LT D D, L ZAHN, COop IFFIC
PEOKERS R LR L P FURICRD 2 E CTIUREREOE LK TTH2 L, &5
2. ABRINE A E e =D, COy DUEIZ L) = Z L B —ZE(by Ah=-80 kJ mol™" & IE#
WCREL, WA ICERRZ N F =2 MLBEE T 5T ERHBE SN TWD, T, 2089
BT VBRDT =42 & b oA A R 100°C LL O @RS TR A &
NTn5, ZAHIZELTIE 1-5-3 ficirL <k 5,

e HO_O _©
CeH13 H O CeH1a Y o

57} 5 D=
C14H29_FI>-C6H13 (NJ/&O + C02 <= C14H29—F|’—06H13 &*o
Cottrs CeH13
Figure 1-3-4-1. 7 X JERDT =4 BT DA A RIKD COy UL EHERE

1-3-5 A A2 RIED 7 AL

A A IR, BB ENE, RO TIRWERE, @A A4 U REEE e E ORI )
ME2RTD, BRAEFEEZII LD & THEANSH TCOISARHR STV D, & 25D,
A T RIEROFERI B A7 5 Z LR P T 2HIFIRIZE A b Tz, =
TR MR LA T ) TN DA F AREE (SR Yy N =7 TOA F D8 E 0T
) ITERERY, @af. 801, BEEEmE W27 ABEIRIZ OV TR~ %,

B TR W T2 A 3 ARIRD 7 AIZEE T 2 RITRE A AT DIV TV D A, <D
. TERLTcA A FNOA FABEEIL, A A RIEOBOBE & HE LT 100 770
1 BREDOIEFI/NS A& 205 5, 7Tl @A A AREE 2 REFCX Dm0 140k
MFEIN TN, WHTE 24 A RIROFEENE LN TV DEANREZ N, T ThH,
2012 4E|Z M. Yoshida 5 1%, g2 1O ESICA 4 R ERH 2 AT 2 BER S 10 L
SR 6 FREDA A IR E 20 g L BREORIM T AL TE D Z 2 MEL TV 5D ),
DX IEMRERTINL, AT RIKDO B OGS ERIREOA A U AMNREE AR T 2 LI
MzT, FHRY brb—HICL2BCBEHERDHD Z L 2HELTVD, 2012 FI2 M.
Shibayama ©1%, A A ARIEH CHIEM B L L b OERE « LHME Tetra-PEG 1 4/ &
VIR, A F RO T OB L RIFRE DA 4 ARBEEE &R 2 L A LT D %,

—J5 ARG AL e AN T2 A A ARIR D A IAGIZBE T AP b ITH LTV A8, A
Ik L CRtERECH » BER Oy 17 b F 2 T H &< 04, A 4 kiR
% L CIAfeiliim b st &, ZFUb LI W2 ERHEEN TS ), ZRTH, 2001 4
{2 S. Shinkai 5%, 2L AT w— LiF8{k) 3 FEOA 4 A E 1 wt% BREOTEINT
AL TE D Z L2 HE L TW5 (Figure 1-3-5-1 (a)) *¥, #tV T, 2005 41 K. Hanabusa &
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X, 7 AT — AHSROBRIRT X WEH RN S LR 7 24 FREOA A WA E 30 g
LT BREOWRIMTT ML TE S 2 E2HE LT\ % (Figure 1-3-5-1 (b)) °), X 512, 2012 4
{2 T.Maruyama 513, L-N=V UFHEARNEZHLERR 6 DA 4 Wik Z 1 wt% FRE
DOWMTHINMALTE D Z L2 HE L TV 5D (Figure 1-3-5-1 (¢)) ¥, 245 D4y 1k 12 Ham
SRS AHEEBED 7 MARIZE L T2 BERN DRSSy 7 AL O ER T dh 5 12 FEARE
¥ (FIACRERBUCEE R EAL) IV E 85, &2 AN, BHREORRICE L Ci3iEet
DIz ENTWARWeH, A7 V== BB NETH D, £, #EINTNDA A
EIRD T AIZE LT AR 7 EFIE, 71 RO b DR TRy, 7 m h v
PED & DITHE S TR,

(@)

(b)
© OM O\):/\/
H, H,
HN © HN ©
07N NH o H
H ? H ?
O p OHOH

0N N oH

O OH OH

O
N

(c)

1-3-5-1 A A ARIKD 7 MAGIZIE LT AR+ 7 BRI D 551 id

Z DO, 2008 H-Z M. Watanabe HiE. v U BT R FEDESETHER LA A4/ 7L
INA T AR D DI E L FIFRE DA A ANREEZ R 2 L A G LTV 5 0

BB, A F U RIKORE BT, 2 2 TIEA A UREE AR 5 2 R ST o4
WP L TR AR CTE 722, BRI L > CTEET 20T R 5, T07H, 22 TREN
L 7= B EAR 32 O & Fel L T3 L R TV S b Tk,
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1-4 B ASEEEM— A A ik 2 s LT—

SRS 13, A=A T i 0 SLRRIFUBHO 8 = R L 2 — D BHFE 0 7o 0 | E B a4 2 SR Tz
LTWo, F AP TETITETRVF— iD= 37 MuzERT 2720 OA M7
it & UCmthe k23R S, HIBRERBERE & 72 D P50 2 OMLERAr & L THIER &
TS O, REITIE, A AR EZ Wz COy rBEBANIC R 2R D =T <,

1-4-1 A A RIK & ERD FT A 53 BETE

A F IR EPERD COy 73 BEAAIOMERE R Table 1-4-1-1 (2F &7 (S BEMHE 72
LAt L, BEA R T D DITD 2 BLETH D) 2,

A AR E COy BERA & UCTHEM L=8a . (BLFERIICLZE RN D O 28 I3 1T,
SRR SIVCHEIET D 2 L BN SHHARIOB K ZR <2 L3cx | R
ADWEAE DA 7 NV ENKARNFT D ENTED B, ILICHMETH L0, &
I COMMACUIZLZRIIITH ZENTE D, £, 1RO FHEEHTIE, KEKDIFAED
PREZ & LR TS/ D720, TORKBMEALIT I MERNDH -T2, & AN, A 4 U HkiIKIE
BRAHE D BRSO 2 BRI IUL, KOBEIREDS 0.1% LA TICMZ 5N D720, BKERIEETT
D WBEINIRN, T RN A A RIRIE COy ZMBINGE T D720, IRE T AT
BT COy BEMPMEN & A T ARIKADIEIRED/NS 2D Z EETH 5,

Table 1-4-1-1.  CO, separation properties of ionic liquids 2

Properties Econamine FGSM  Selexol™ lonic Liquids
Chemical MEA ¢ DMPEG Salts

Type Sorption Chemical Physical Physical
nlcP 18.98 5.8 20 ~ 1000
p/gcm 1.007 1.030 0.8~15
Pap / mmHg 0.36 0.00073 0.000001
mp/°C 10.5 -28 -140 ~ 180
bp/°C 171 275 > 250

Tnax operating / *C 150 175 depend on stability
Poperating Low High High

AH,,¢ 1 kJ mol~! -85 -14.3 -20~-10
Solubility / m3 m=3 50 ~ 85 d 3.63 >2.51
Ocoanz ° High 50 20~ 100
AH,,, 1 kJ mol™t 49.8 76.16 ¢ >120

H,O miscibility Yes Yes Variable

an. p, Pvap’ mp, bp, 7-max operating? Poperating’ AHabs’ Acoomzs and A""Ivap stand for
viscosity, density, vapor pressure, melting point, boiling point, max operating
temperature, operating pressure, enthalpy of CO, absorption, CO,/N,
selectivity, and enthalpy of vaporization at 25°C and 1 bar, respectively.
bldeal selectivity, °Properties of pure MEA, 9Solubility, selectivity in a 30 wt%
aqueous MEA solution, ®Property of tetra-ethylene glycol dimethyl ether,
fRanging from completely miscible to immiscible.
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T LT, B/ =¥ ) —/LT I (MEA) KEKIZ, I CO, WEIZBWTEH CO, D
WIRIZIIRE <, CO, BIEZRSETHEMLIT LI EEL L2V, £72, MEA K
O XD 72 COy EALFRUG T Z LM< a3 2 A2 MWz pBE (7 X 1k Tl
FDEWEINEDT= D | BEHET A 72 EDIRSE COx (b T&E 2, ALFRICHER<
faE LTEBAR G COy ZHAET DT DIZHERBRRNX =52 LT 5, b2, & ki
L ARAHEL 2 H TN HaS R SOx 72 ED COy £V HEAMEER RE WA A 2RI 5 &
MEA JKIFED COr WULRENITET 5 = L ETH 5.

LY — ™ LIRS &SRO BRRIGR L, A A R E 2356 & Rk
\Z CO» DFAEIZHERHE X LX =T/, @ CO, FEEME LT 52 &1
2T, TOWRKBIEZIT O LERH D,

BT, T L b A A RIED B 72 COr BRI L 72 201 Tlid7ea <, HEHJEO CO,
SYER X OV EET & T ADMRRIZ X > T EDONBEREI D Bl T D 0T R e D,

1-4-2 A AR % T2 4 A5 Bl

BTE, A A k% CO, R & LORAT 20 Tid/e . ZAEMBHIHES - i
SHTA FMRIEFEE (SILM) & L OUSHT 2 Z BN IESINTEY , 26T 5
WRITHE S HEINTND O, ZOHIETIE, BERi% TO COy X (REEA) 237k
DEREN ) & 72D 9, FEDENY COy Z R THrBET & UL, W oy B A 7yl & i LT
BAROBERCHAEIZH T D RAVFXF—RBAREIIRDH-D, Ao NF—T kR bied,

10° ¢

102 |

Acoamz

10"

[ barrer

[ = 10719 cm3(ST mHg™

100

100 10" 102 10®  10%¢ 105

Proy | barrer

Figure 1-4-2-1. CO/Ny IGH AHIZE 1T 5 SILM @ CO; FHEPE (Pcos) & COu/N, IR
P (acoanz) DEIFR
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R Z—=T VAR 70 EO @S T BICA A R = R &7 SILM O 7 A 55 BfEg
VRIRIER B & 3 Dy TR e K i s b, — RIS, WIRIEEE Bt & 35
BTG, T AGEENME & GRPUEDO EFRIEFUE (Robeson Upper Bound) MfF/EL, Ziv%
IRINIRDEZ DR ERE LTV D 9, E ﬁbf‘$m4iﬁﬁéﬁé4ﬁ/ﬂ
ROFERIZ L > THRIZZ DR 200 LR A B2 5 2 EBNEFHICAEETH D,
& AN, SILM 1FHEF S /T2 A A U RIR DI % B8 C & 7200, %F@ﬁﬁ#@%f%é
REOHRERDH D, TDTD, n“%ﬁﬂ%ﬁwfsmM%#wkbt%ﬁ/ﬂmﬁwi
FilE (SILGM) DEEINTWDHN, FV Ry N =7 P TCOHTADEERT X (TR
) BDREETTAZENMONTND, £, AIBHIC 4ﬁ/wmﬂ%%%onA%T¢
B 72 R Y A F IR (PILM) % <0 PILM (2 & BT A A iR 2 FERF & 87 Sy Bl
(PILM +IL) 7 22 E b MET STV D A3, PILM D4y FAEECHEF S D A A iR o FidH
WZH K525, SILM &L C CO, BN RESIK T T2 2 EBMEIN TN D,

Z UK LT, 2009 LA, Bret A. Voss & 13, (K517 WALAI 2 IV CHERL L 7= SILGM
WA T ARNRD I DA L RFEED CO, EilathZ " 2 L2 WE L TWD ™, 4%, Zi
HOEMMEEZ 25 L @I - SRS C O T 205 « ki & R, CO, TR
I EPHD pH ZACIZHRN R ERMBESIE L 2 DA D,

1-4-3 A F AR % O T (Rt s e ps

2012 42 H. Matsuyama HIXZ DL I RT I VRO T =4 % & oA A IR E W
THERL L 7= R fi@mos A SILM % 100°C O EiRSH: AT 5 & CO, ZEimtEDy 5000 barrer,
COo/N, FBIRVES 150 LEER CO, MBREA R T Z L ZHEL TN D 9,

ﬁs
compressing I \ \‘)

l -

after before stretching
(a) AAIL-based DN gel membrame (b) Compression (c) Stretch

Figure 1-4-3-1. ¥ 7%y U —27 F V& HWCER L 72 &8 - ZRiktE SILGM (H.
Matsuyama, et al., Chem. Commun., 2015, 51, 13658 X 0 $if) 709
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2014 4E\ZIZX T NFy R =T FNENT, A4 A RIROBOLE & RIFEE O T A%
WM 2 R E R« FeiklE SILGM OERIC BRI L TWn5 79, oIk, F7vxy b U
— 7 PN ERNTA G UGIRE AT D E W ABREDRRKRE BT T2 L0 8%,
SILGM DAL () 60 um) (2 X W TR L T\ 5

1-5 W22 A/ & iSOk
1-5-1 #FZEERY

A A UEIRIE, BB ENE, D TIRWERUE, B0 A A AREE 7 & ORI
HaboldH, E5bFE LU LT HRAENVGE COHBHGFIN TS, & ZAD,
AT AR ORI E 2725 2 L < T T HEAMITITE E A EM BTN,

— 05 AT AR B I D & RBED TR 72 2 R LTIREE T/ B TE B, £
oL, FUEBEE I K FFREA THLIDENIC L > TTa hotE L IETm b oEIC M
T& D, BEITNIER Z KFEREBIRAT L2226, B O 1238 L2 7205 Tl
MBI TE B, & ZABRREE RN ToA A ARIERD 7 ARIZBET 5 &1L,

AWFZETIE, LART, H. Okamoto & 2N EIOBHIE ML CIRARFE R L72IE7 = b MK
ST IACAD 4-[Q-~ VT T B T VN T F NN AN T 7 =)V-T Ak s
BIHARERE U, A3 IR0 7 AR L #iR 37 e s M 77 kAl o B %
B ELUOmMERE G, TER U T=A A T OPERRENT . ISR O S % & e LR 78 2 J8 g &
¥HZEEHME LT,

FCFIICoHIOL_)-OCHInH  F(CFCoHaS—_)-O(CHonH

Z(0)-m-n Z(S)-m-n

Figure 1-5-1-1.  AWBFFEOING & oo T2IE7 1 N ARKSY 17 L ALA

1-5-2  GmsCHERK

AL BB 1 e, 82 B AN SO, B 3 E A4 /f/V@ﬁZEE\ %
4 T AT TN OB IRIEREST, 5 5 T TEMLIRSESHEM R~ OIS, B 6 B iR
i H 7 B OERO ORI TN D,

v

%1 R Fram —WIZEHAY L R —

ABIEGE & B R TRMEST 7 UABAL &7 v SREEWIC & 5 A Sl BLS, A A ik
DYERL T AT A A R 2 N T2 0 253 BRI DWW T OSERETIN A, Ff OBFE
B afEr L, A X0 HIY L ERE PRI L,
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W2 E AT TFIVOER

Bl mCHRARTEARERE D S ICHM R Y = I =8I 1 b RS 17 VAR O B
WhRATZ, TN Oy % Figure 1-5-1-2 (233, HFC~L7 4w 7 v ko
PRFEC (n), T IVF LU REOREE (m), WA OBRMLE (X,Y), 7 ==L RO R
257 = I =RUEE 1-11-m-n DERRZITV, AEREETICRT 57 vVkig (ETTC& 2
AHRIEOFRSE, BART MGIREE, Y v — FVERIRE) DR 7 ) —= 2 7 3BRE R
TV, I FREE DE W T IABRIZ RIT T B L at Lz,

F(CFIICoHX - )-O(CHInO-_)-YCoH4(CFo)F

Compounds 1-m-n (X =Y = S)
2-m-n (X =Y = S0O)
3-m-n (X =Y =S0,)
4-m-n (X =8,Y =S80,)

F(CFz)nC2H4XO(CH2)m0—©—Y02H4(CF2)nF

Compounds 5-m-n (X =Y = S)
6-m-n (X=3S,Y =S80,)
7-m-n (X =80,, Y = 8)
8-m-n (X =Y =80,)

F(CF2)nC2H4XO(CH2)mOYC2H4(CF2),,F

Compounds 9-m-n (X =Y = S)
Class Il

Class |

Class I

10-m-n (X =Y =S0,)
11-m-n (X =S, Y =8S0,)

Figure 1-5-2-1.  #FHUCIRR L7=Y = I =8ULEW O 55 1
H 3 AKX TNVOIAK

B2 ETARLEY = 2 =8k EY 1-11-m-n A\, A F IR BT 5 7 A LEE
DAY ) == TRERETV, G OO T AR KT 35 B 2 Fiat L=,

B4 T A TV OBIEN e W TERRAT

BRUCBIRE LTy = S =RET o h IR+ 7 U bl 2 D TERL L 721 & v
TOHEA F L FOBMEN 2N 2 BRAL T KO FEC X VT Lz, 7v xRy
U= PTORA T TROMBA W2 HE 5 2 L3, REEROWIEZ S 572
DOFEBELND Z LRSS,

H 5 8 AL R R~ DI
FHUCBIR L7= V= I =BT B | AR 77 b N CHER L 7oA ) S0
CO> SYBERT R~ &3k, A A RIRIE . TENZALIC X o> T COp 72 E DR 2 %188
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RENBINE T 2 R R HE SN TR Y . kIR O CO, mBEFTE L LoD IR =
NTWD, BUE, A A U RIKE ZFUE ORI S U TR 2 FIEMER STV 523,
JENZARIT X o TR & A 4 ARIED IV T 2 E BB E fro T D, &AM, A
A ARIR O KRS R B A& HiRF L 72IREE T/ BT 2 HAIMEIZ & A Emb i Tniany,
RETIE A A/ T ND COp W E, COp IUE BN VMBI ES 5 E CORE (FLEtRE).
CO/Ny BRI E D COr MBI~ DI 25 2 5 L CUEARRIRIRA A/ 7LD CO,
IEZENCBT 2 B A2 B o Z L2 R E L,

F 6 W g
B2 ENLE S BEETOMEBEEZE LD, AFEOKRIEE Lz,

@)

B EER -V I =AM S —
FHY = I =TUEEY 1-11-m-n 72 5 NS TR OFEM 72 G - R G R0 A~ R b
T—HEFE LD,
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Vivar =~

2 =

FIIT T T IV DR

AETIE, LAAT, H. Okamoto H23FER. L72IET7 1 b UAEIKSF 7 ABA] 4-[(2-~v T v
AT IF )T TF VAL 7 =)V 1-T A ax o XU U B EAREKE LRy =
=TIET 1§ MRS T AR OBSE &3 A T2, BARIZIE, BTy = I =Rbam o
BIEITV, AEEETIZT 2 7V bRE GETC& WO, &7 /AbIRE, 7L
DLEM, Y N—T VBRI ORA 7 V) —=2 TR D o TEOE O 7 ALREIS
VAR 7% g Oy e

2-1 V= X =WULEMDERK

KENTIE, T NFa T IOV NVIKOREE (n)., TF LU ERORFEL (m). isdi1
OEALIE (X, YY), 7==VL OB NRLR D72y = X =0bEY 1-11-m-n DERKE
1Tolz, TN Do 1HEiE% Figure 2-1-1-1 127,

F(CFy) CzH4X—OO CH2)mO—©—YCZH4(CF2

Compounds 1-m-n (X =Y = 8)
2-m-n (X=Y = 80)
3-m-n (X =Y = S0,)
4-m-n (X =8,Y =80,)

FCFaCoHX-_)— H-0(CHoInO—< )~ YCoHu(CRoIF

Compounds 5-m-n (X =Y = S)
6-m-n (X=S,Y =80,)
7-m-n (X =80,, Y = 8)
8-m-n (X =Y =S80,)

F(CF2)n02H4XO(CH2)mOYC2H4(CF2)nF

Compounds 9-m-n (X =Y = S)
10-m-n (X =Y = S0O,) Class I

Class |

Class Il

11-m-n (X =S, Y = S0O,)
Figure 2-1-1-1. ¥ = X =AULEM D4y Tk
Yz I =MUEEY 1-11-m-n 725 NZH RO RIETL. NMR, IR, MS A7 R JUENTIC

L 0iTo7e, o, B LTAALEMORIE L, HPLC ZHWTHIE L7z, 260587 A
ke FERLGESRC AR AT —Z X, 7 BICE S DT,
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22 HIEEAHIZE T 5 7 {eEE
2-2-1  FEhRiE X ONHIE ik

I/ aFa—7 RSt~V A No.4), BRI (RS EHERERT LIBROR AX-
120B), VAR b —%— (7 XU RS TK-6) Z iz,

TIALREDIE (RAK T IALHRE)

/v Fa—THNZERLTALEWE Smg BFRL, I ~EYEOREEZRM LT, £
D & MEEIR S BT, 20°C 12725 £ Tl L T UL 2 BB CHeEgR Lz, =0
X I/ TFa—TEREIETCHRPENATICEHESTWDHHDET LV EH LT, 7
NETBE LTS DI E HICEIEEZ TN L LG OREZ LT STV & | RO L 1
VT Z LI Lo TR VABIREE (MGC) ZHIE L7z, 2 2 THRARZ ABIREE & 1%, 20°C
IZBWTHIRIEZMEFFCX D2 B/MNRINETH H 720, FAE /NI WIE EZ ARAlE LT
OMRENENTND 2 L2 ERT 5,

v DL ENER
TIACTNREEDS 3wt% D7V ERL 721, 20°0C OFERICEHE L, 7/VIREZ R T&
DI 282395 2 & T, IOV OLEM &R L7,

2-2-2  HRERELRIZET % 7V bEE

V= I =AU EMEE 1 OV BEE

Jx I =HBUVEY 1-m-n. 2-m-n. 3-m-n-. &m-n OFEREFIZBIT 5 7 ALFEDORIE R
% Table 2-2-2-1, Table 2-2-2-2, Table 2-2-2-3 (27”7,

Table 2-2-2-1 756, ~L 74 T IFOVEORFELE (n) 28 10 B 8 OILEW 1-
12-n 13, —#DIET 1 b oAMERBIEREE A 1wt% L TFOEMTr Tzt o0, £< o
FREERIEIZ X L CREH DWWV FE 2 £ Uz, Ui LT, ~ v 7 vt e 7L LD R
FED 6 BLO 4 OILEW 1-12-n 13, 2T Va3 — LB RLOIET 1 b oMM 2
1 wt% LLFOBWIM T ALTE 7z, 2RO DFREEMNS, ~L 7 A a7 XD RFEL
(n) OEINX, AHIAEBEPICB W TRRIEZR b NS mMEZ 1 E S5 2 &R yhotz, &
ik, ~v 7 d a7 R AEORER (n) OBEINCEE-> T, ¥ = I =AUYLEH ORI M
CERIAIME R E L2 EZ BN D,

Table 2-2-2-2 7706, TV L IRDRBEE (m) 25 12 DILEWIX, ZHkeT v a—E
FOIET 1 b MR E 1 wit% LR OBWINTH AL TEZDICR LT, 7AF Lok

FE (m) 310 [T D ERIERT ALREME T, 8 18725 & 7 /b TE DD
RSN, 6 LLTIZ72 5 EARIEIER TNV E BT 5 Z & kA A U, 2hb o
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FERND, TAX VL UEORFL (m) OBIME, V= I =AUtEWoRsaiEsmE L, ~
MEREZ T L&/ 5 2 E N hoTz, ZAUT TAF L UKD RFEE (m) OIS T,
I =M EWOBBERT EL, fAREO NNy X R E VIS ot E
bbb,

Table 2-2-2-3 726, AT 7 =/ (>S) OH%Z b ALEWIX, T Vv a— LB LT
T v b MR E 1 wt% LR ORM T AL TE 2olzxt LT, A7 0 =3k
(>S0) (2 L7 baiZ. 7L TE DO D, S BICA VR =V (>80,)
F AL LA EWE, AT TN EZIBRT 5 2 L < REH D WXk EE Tz,
—J, AT 7=k (38) & ANKR=IVEL (380,) D& b LA, &IKS LR
EOKFIZRONTZbDOD, ST a— LB XOET v b MR L2 3wt% BLT
DEMTT AT E Tz, ZRHDORRN S AT IZIN T ALY 7 =k (>S) &
ABTIACBEDFRBUCAH RN = E B30 - Tz, ZOERIZA S TRV, AR
P ey = I =LA MP O ET 2 & &, G TRICALT 4 =L (>80) RRALK=
VI (>S0y) R EDKREL ML EMMENGFIET D EZN LD E—A L hafTH
HT LR T IUENDH D7D, TRy o IR E DT <R
RIS Rm L Lz2d s ZEX RS,

e T, MR L7 A v LD B % Figure 2-2-2-1 (23T, ZOfER, LAWY 1-12-
n ZHWTER L7z PC 7V (FIUABBIREE 3wt%) X, T X CTEEHACTH -7, Zhucxt
LT, tEa® 1-12-6 ZHOWTERI L= 7 7V (FALEIRE 3 wt%) 1%, a0
HIC L > TBHENKE S Be o7z, 2O X5 R NVOBREOE L, AEEETH Y=
R =R A H CHEE L CER S NTZEAEROT A X2k s b0 EEZLND,

Figure 2-2-2-1. {LA#¥ 1-12-n ZHWTHERL L 7= PC 7V (FIVALBIRE 3 wt%) : (w) 10,
(x)8. (y)6. (204 ;1LAW 1-12-6 ZHNTHER L 7=ANT 2 7 (T IACHIREE 3 wt%) -
(a) =& /—)b, (b)1-42 % /—)L_ (c)AN, (d) DMF, (¢) DMSO. (f)PC, (g) GBL
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Table 2-2-2-1. Gelation tests and MGCs for 1-12-n

Compounds (concentration, wt%) 2

Solvents 2 6 8 10
Octane S G (6.0) P P
Toluene S S P P
Ethanol G (0.9) G (0.3) | |
1-Octanol G (0.6) G (0.5) P P
AN G (0.6) G (0.8) | |
DMF G (0.8) G (0.8) P P
DMSO G (0.1) G (0.1) G (0.3) P
PC G (0.2) G (0.5) G (0.6) G (1.0)
GBL G (0.9) G (0.7) G (1.0) G (1.0)

aG, S, P, and | are gel, sol, precipitate, and insoluble
states, respectively.

Table 2-2-2-2. Gelation tests and MGCs for 1-m-6

Compounds (concentration, wt%) 2

Solvents 7 6 8 10 2

Octane P P P G (8.0) G (6.0)
Toluene P P P S S

Ethanol P P P G (1.0) G (0.3)
1-Octanol P P P G (0.8) G (0.5)
AN P P P G (2.0) G (0.8)
DMF P P G (8.0) G (3.0) G (0.8)
DMSO P P G (0.6) G (0.3) G (0.1)
PC P P G (2.0) G (0.4) G (0.5)
GBL P P G (2.0 G (0.5) G (0.7)

aG, S, and P are gel, sol, and precipitate states,
respectively.

Table 2-2-2-3. Gelation tests for 1-4-12-6

Compounds (concentration, wt%) @

Solvents 1126 212-6 3126 4126
Octane G(6.0) G(1.0) | P

Toluene S P | P

Ethanol G (0.3) P | G (2.0)
1-Octanol G (0.5) P P G (2.0)
AN G (0.8) G (5.0) | G (1.0)
DMF G (0.8) P P G (3.0)
DMSO G(0.1) G (0.3) P G (2.0)
PC G (0.5 G (2.0) P G (1.0)
GBL G(0.7) G (2.0) P G (2.0)

aG, S, P, and | are gel, sol, precipitate, and insoluble
states, respectively.
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v I =AU EWRE T O U VbR

Cx I =WUYLEY S-m-n. 6-m-n. T-m-n. 8-m-n OFIEERELAIZIB T B 7 NAVRE DN ERE
% Table 2-2-2-4 B LN Table 2-2-2-5 (2”7,

Table 2-2-2-4 3 X TN Table2-2-2-5 /6, A7 7 =)Lk (>S) b AAY 5-m-n. 6-m-
n, T-m-n 1%, FCESADH S @ WARIABEZ 1 wt% LT O T b C& iz, 2kt
T, AVEK= VI (380, OH%E b OMAEY 8-m-n 1L, AMEET TNV ERKT 5 Z &
R AR D D VITIE A A Uz, ZofniE, Ak L7cy = I =AU EMRE 1 OfRE —
BLTWe, ., TAX LU REORER (m) 7 6 VLAY TYH, LEHIFE S /W
HHEEEE A 1 wt% LLTFTORM T AL TE =, 2L, T L RROREE (m) OB
Lo TR MEZIETSBA2L0 . HO7 2= L UV EOBMARN S TH G2 IE
MFRCT D 2 & CTREMIEZ IR T & E 2 TN FALREORBUCA I TH D = L 2 BT 5,

P X B EWEE 1 OV {kiEE

U X =WUEEY) 9-m-n, 10-m-n, -m-n OFEEEETIZIF D 7 ALEE D RERS B %
Table 2-2-2-6 (27”7,

Table 2-2-2-6 726, AT 7 =/ >S) b (LAY 9-m-n BEO 1l-m-n 1L, 7%
L REDRFEI (m) 25 6 LR THHEIIP RS mWAREL Z 3 wi% LU TORINTs
IMETE e, ZofEmIE, Ak L7y = I =REEWEE T OfRE LT\, 24
D, T L RO REFE (m) 25 12 DALEW LR LT T b T E Do R
YU IR AGIRERRE KT LTWe, 2T, B0 7 ==L UV EOBOHEIMT X
S THTREEDORFRMED B30 | fhda N B L7z 2 & T ALBEDRBUZ AT 72
mwEEZOLND, FEOEAT, 7% LU ORER (m) NEWY = I =RLE W
[ 3ABEE R CREEERM E L B2 6NnD, T, AVE=1EE (380 OHEHD
BB 10-m-n 1X, TOAF LU EEOREL (m) 28 12 LRV E X OREMS N E WA
PRI A 3wt% DL FOWRM T/ NALTE 72, ZORERIT, Y= I =BYbEmHE 1 BLO 1T
DR E B L7erole, ZOERITH G TIIRVN, Bod 7 =L EOBANET L
X LU HDRFE (m) OHINZ L > THNVBRUTHRNZR Ry X TR END L HITRD
TR E Lzt EZ b5,
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Table 2-2-2-4. Gelation tests and MGCs for 5-8-m-6
Solvents Compounds (concentration, wt%) 2
5-6-6 6-6-6 7-6-6 8-6-6

Octane G (0.3) | | I
Toluene G (2.0) | | I
Ethanol | | | I
1-Octanol G (0.3) G (0.8) G (0.3) P
AN | | | I
DMF G (0.4) G (0.3) G (2.0) P
DMSO G (0.2) G (0.7) G (0.3) P
PC G (0.2) G (0.7) G (0.4) P
GBL G (0.6) G (0.5) G (0.4) P

aG, P, and | are gel, precipitate, and insoluble states,

respectively.

Table 2-2-2-5. Gelation tests and MGCs for 5-8-m-12

Compounds (concentration, wt%) 2

Solvents 5126 612-6  7-126  8-126
Octane G (0.4) I I |
Toluene G (2.0) I I |
Ethanol | | | |
1-Octanol G (0.4) G(0.8) G (0.5 P
AN | | | |
DMF G (0.6) P P P
DMSO G(02) G(0.8) G(0.4) P
PC G(0.2) G(0.8) G(0.5) P
GBL G(0.8) G(0.6) G(0.6) p

aG, P, and | are gel, precipitate, and insoluble states,

respectively.

Table 2-2-2-6. Gelation tests and MGCs for 9-11-m-6

Compounds (concentration, wt%) 2

Solvents 9-66 9126 10-6-6  10-126 _ 11-66  11-126
Octane | | | | | |
Toluene | | | | | |
Ethanol | | | | | |
1-Octanol P G (0.4) P G(20) G0 G(0.8)
AN | | | | | |
DMF G(3.0) G(0.6) v P G(15) G(0.8)
DMSO G(1.0) G(0.9) P G(09 G@EO) G(1.0)
PC G(3.0) G(6) G5 G(O06 G(15 G(06)
GBL G(20) G(1.0) P G(1.0) G(0.8 G (1.0)

aG, P, V, and | are gel, sol, precipitate, and insoluble states, respectively.
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2-2-3  FILOLEETENE

Ve 3 UL AYIRE | D5 KEE

LAY 1-12:6, 1124, 186 Z VTR LT 3wt ANH /5 A OEEMEBE L
R LAY 1-12-6 BLO 1-12-4 2O THER L= 3w DAAA 7 5 E, D &
b 12 H AT EE R S ONCRERALT 5 2 & 72 < ZOVIREE Z HERF T X 72, ZhUCsi LT AL
B 1-8-6 ZMOTIER LTz 3wt AT /7 uE, S B 3H TR Lz, Ch
EORRING T L L IEOPSEE (m) OWIMTFEAEZ IR L 7 OREMEEH L
S N VA Y Y

Yo I =AU EMRE 1T O F A LEE

BEW 5-6-6. 5-12-6. 6-6-6. 6-12-6, 7-6-6. 7-12-6 ZFVTIER L7= 3wi% ALH /4
NOBTEVEEBE LTFER, LA 5-6-6. 5-12-6. 6-66. 6-12-6, 7-6-6, 7-12-6 % /I C
ERLT7Z 3wt% DAV T, D7l &b 12 7 3R O NS+ 2 2 &
RSP MRIEEHEF TR 72, SBORRND. 7 4% LV ORAE (m) DHIMIC L -
THEMMEZR T SEL LD b FFMELIEIRICT D 2 L T2 TS5 037
OGN LA TS = Lo,

2-3 VL —FIOVERBIRE

2-3-1 EBREER R X OVHIE B

huf

TR

R/ uFa—7 FXStH LT A No.4), BRI (BASEEHER/EFT LIBROR AX-
120B), VAR b—&— (7T AU &t TK-6), BEFTGE (7 XU oSt TXN-
700B) % H 7z,

VOV — 7 VRS IRE ORI E

222 fiTH AR X/ T a— T EREIETCHRVENLTICHE TV DHI D%
FILEHT LTz, 20L& KIESEZI 7 0F 2 —7 2B L TERBSITNAD DIRE 4 R
BRTHERE T 2 Z & TN =T NEBIRIE (Tgerso) ZHE LTz, T2 TYV— FVHEREIRE
CIX AR OREIZB W T VIRIBA R CX 2 ImIBE TH 5720, HHAARICH L2 4
A CEEEIC BV TEARE WVIEE L L OPERENEN TN D 2 L A kT 5,

2322 VL — VSRR E

D IR EWEE 1 O YL — S IVEERBIRE
B 1-m-n ZAWCTHERL LAV ) F0 Y v — 7 VAR E O R E R R %
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Figure 2-3-2-1 (27”77,

Figure 2-3-2-1 (a) 725, ~IL 74 0 7 VX IVEEDIRFEF (n) OWINLE-> T r—4 1
ABIREN LR L-, Zhud, ~ v 7 a7 v VD RERS (n) OHEINCEE->Tr L
BAI S+ OREN L5 U, HERE SR OB EMEN N L L EEx bbb, —FH, 7
JACKNREEIZE BT 5 & ZUEAIREED 3wt% LT O Tl v — 7 ViR 23 2
Wz LAT20lzk LT, TALANREED 3wt% LA LEOFEHCIE Y Vv — FVRBIRE DS -
TENLIRoTe, ZIVHDORERNS . TIALAIREOHINE, Y v — 7 VSRR EE D) izt L
THRIFRERNTHD Z L2 ERT 5,

Figure 2-3-2-1 (b) 75, L&Y 1-12-6 ZHWTER L7=A VT ) F D Vv — 7 Vlin
L, WO Lo CRES AT 52 L1372 < 50-70°C OFPHT EL o7,
INHORERNS . T IALFNC Ko TERR SN TG IROBL TENED Y L — 7 VARG IR
ERETHZ EEEWT D,

Vo I =TWYEEWMEE 1T O YV — VIR

&Y 5-m-n. 6-m-n. T-m-n. 8m-n ZHNTHERL L 7= H 7 ZF LDy v — 7 VSR
FEDORERE R % Figure 2-3-2-2 3 X OV Figure 2-3-2-3 (a) 127”7,

Figure 2-3-2-2 33 L UF Figure 2-3-2-3 (a) 76, fiisJLFOBRLE (X, Y), 7% L Ko
IRHFEHL (m) DIENZE > TN =T NVEBREIIRES B LRhoT2, - T7. ALEW 6-
6-6 #HWTER L= NT ) FND Y )V —F NSRRI OFREIC L > TREE
6925 Z £1372< 90-100°C DOHPHCT—E & 7272,

Vo X =RULEWEE T O Y )V — SV EERE IR

1LEY 9-m-n, 10-m-n, N-m-n %= FHWNTHERL U724V H 7 700 v — 7 Vi E oMl
TERE R % Figure 2-3-2-3 (b) 1287,

Figure 2-3-2-3 (b) 75, s O (X, Y) DEWIZ X - TY L —FIVIR R X
RESBIL Lo Tz, ZHUCH LT, V= I =RULAWEE 1 LI L TV L — 7 ViaR
IREED 60°C FRIE B, v I =HULEWRE 1T & ik L T v — FOVIERBIRE R 30°C 2
EER L, 2RO RND, 7= L OB A, VIV — VIR O FHIZ R
ITHDZENTHoT,
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0 1 1 1 1 0 1 1

0 2 4 6 8 10 0o 1 2 3 4 5
Concentration / wt%

Concentration / wt%

Figure 2-3-2-1. (a) ¥ = X =YL EWEE 1 2TV CHERLL 72 PC 7Y v — 7 VIRREIR
B (O) {bEW 1-12-10, (L) bEW 1-12-8, () L&D 1-12-6, (O) LAY 1-12-4, (b)
{EEW 1-12-6 ZHWCHERLL =4V A ) F Dy v —F ISR ((O) =% J —b (L)
-4 27 % 7 —n, (CI)AN, (O)DMF, (X)DMSO, (*)PC, (+)GBL

(a) 120

100

0 1 2 3 4 0 1 2 3 4

Concentration / wt% Concentration / wt%

Figure 2-3-2-2. (a) Y= I =BULEWEE T ZHWCER L2 PC Z L0 Y v — 7 Vit
BE - (O) LAY 5-6-6. (L) L&Y 6-6-6. () (L&MW 7-6-6. (b) {LEW 6-6-6 % HT

VERLL 722V ) P D v — AR - (O)1-4 27 % 7 —/v, (A)DMF, (1) DMSO,
(O)PC, (X)GBL
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140 140
120 120
100 100

60 ~"60 |
40 40 |
20 | 20 F
0 1 1 1 0 L 1 1
0 1 2 3 4 0 1 2 3 4
Concentration / wt% Concentration / wt%

Figure 2-3-2-3. (a) ¥ = I =T EMiE 1 Z HHWCTER L7 PC v v —F Vst
BE . (O) L&YW 5-12-6. (A) LEW 6-12-6. (1) L&Y 7-12-6, (b) ¥ = I =THULEY
B ZHWTER L PC ZF oy v — 7 VEBIRE - (O) {BEW 9-12-6, (L) L&Y
10-12-6, (C) {LE® 11-12-6

2-4  SAIREIEIZR
2-4-1 JEREOERLES T OMIE S5k

I E RO 1SR

2-2-1 Hi L [ARED HETER LI=A AT 7 7V, 200C O R TO7e< & 12 FEEE
& L2, rEDOHERNLVY HICF VB L, A— N7 74 v a—4% (AARE X
2tk JFC-1600) |2 & 0 IRy 2 B RICBIERE Lz, ZoECH oz 2 Xt n
TV E RS,

EEM S v — 7 B 5
BT 7 — 7 BB (SPM) (RSt EEBUERT SPM-9600) % 7=, JIE k2 2
PN T A (AR 7 AT HMNEE 18 fA) ECERLCBIZLE,

A - B 52

AEATE - BEMSE (SEM) (A AE R EtE ISM-6510LA) % v 7=, BV E Ok
34— 7 7 A v a—% (HAREBEFHRKEH JEC-1600) (kv A4&E~ 7% b 7T
ANy B Y T LT RICBIZE LT,
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2-4-2  WHMEEEI L

fLE® 1-12-6 BE O 1-8-6 ZHWTIER L7z PC o F L OBEMEBEOMEE
Figure 2-4-2-1 |3, AEEM T 7 —7WHEE (SPM) W THIZE LIRER. 77—k (20
nm x 5nm) OHFEIRESIREZBIEZTDH LN CTE 72, Sl EAMNE7FHMSE (SEM) %
JHDTEIZE L2/, 100-300 nm ORRHERE SR BIELT 2 2 &N TE 2, ZAbOFER
WD ALY FIE. AREBET T nm OFKHEIRE SR Z L. TR OBKAE D =
ETCHE nm DNV RVETERL, S HIZENLR ZRICICHESE D 2 & THF LRy R
— 7 EMREL WL Z LB nholc, —F LG 1-8-6 ZNNTER L PC FErv /S
U, BRHERE ARSI ClI<fmbBlsi s nic, 2o ofERI%, 2-2-3 fitih~72s
NOLEVDRER L S —H L TEBY | BEMEBIERND b 7% L BOREL (m) OB
IR b IHI L, S OREEEZZ LM LS5 EEH LML,

Tape shaped
molecular nanofiber

m= {pm SEl x 10,000 10 ym  SEI x 1,000

Figure 2-4-2-1. (a) {b&# 1-12-6 ZH W THER L7Z PC & v s v SPM Hifg, (b) 1t
AW 1-12-6 ZHWTHERLL 72 PC ¥t 4L SEM 4. (o) (k&M 1-8-6 Z AW THE
f1L7 PC ¥&us /o SEM Hiff
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2-5  EHEIREE AR OB
2-5-1 JEREIOERES L ONIE F Ik

I E RO VR
2-4-1 fiL FRD HETF v Xz ERL L 72,

THEARE IR 35 X OHER R I B D I E
RAEAREER (DSC) (A 2 —E 1 LKA SSC/5200) % Hv e, a-7 /L X T % #4
EEAEYE L LW, JIER X O I Muse Jobs 2 W TiT-o 77,

2-5-2  WRHERESIROEWMME

bEW 1-12-6 ZWTHERIL7Z PC ¥t o F L offifo o ¥ L' — (AH) ZRAER

BB (DSC) #MWCHIE Lz, 22T, FtuaZ ol 1 4 7 /VHOFIRBRIZE T
DWENT BV E— TR E A RS @R 2 & T E R = XX — 2 BT 5, £
2R LT 26 2 A 7V OFIRIRFRIC I T HWET o Z L B — [ THIGHEIR R A A A B
fift U7t R L7 RES S iE 9~ 5 & X IR T XL X — 2 EHRT 5, D OffiET
ZNE—BLORRZ IR T 2 2 LI Ko T, #RHEIRE S RO B & ff BT L 7ok R %
Figure 2-5-2-1 (Z~d, ZOFEHR LAY 1-12-6 Z WV TIERL L -l R E A R R
ANE—BLORAIT, FROTNEAROEIR NN oTo, T DORERNS | i
WEAEREZTEHT 20 F I OEIL, FmOTNELTWD Z LRI,

1st Heating
2nd Heating
IS
b} 3rd Heating
<
]
c
L
Process AH/kdmol' mp/°C
1st Heating 84 94
2nd Heating 86 94
3rd Heating 85 94
20 40 60 80 100 120
T/°C

Figure 2-5-2-1. L& 1-12-6 ZHWCER L7 PC ¥tr /LD DSC —EF7 7 A
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26 H2EDOELD

AETIE, LART, H. Okamoto HL3FER L7237 1 b MRS 7 ARA] 4-[(2-~L 7 v
AR TINFXN)TZTFNVANT 7 =)V 1-T A ax o X B ARG E LRy = 2
=MUEEW 1-11-m-n DEREATV, AREEEIC 1T 2 7V bEE (BT C & 2B,
AR T MGIREE . TNV OZEM, YV — T NVEBIRE) O 7 ) —=2 73R BRNG 7rFi
WEOEWR T IALRIZKIET LA Lz, A2 ) —=0 7RO RE LU TITRT,
(1) AT 7 =08k (>S) ZEAT L EAREBET TN EHR LT Ro T,

Q) TAXLUHEDORFEE (m) 2SS LT Do, &K LR,
FIVDREMENRZELL ML LN, Y= AEBEEITRE S B Lo T,

() TALHN D5y FHEE 2 ERTRC D LlE T T X DI BEOTEE, KK U BIRE, 7D
LEMEDE L <MLL,

4) 7=V UEEBEATDEY L FUEBRENKELS L L,

(5) ZEAIA TIE, AR CRE nm OMHERE A K& TR L Tz,
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Vivar =~

3 K

A F ) TIVDTERL

ARETIE, B 2 BECARLEY = =ML EY 1-11-m-n 2\, A 4 R IETIZEBT
57 NAVBE Gl C& DSOS, IR 7 AIRIE . 7O EM, Vv — 7 VESBIRE)
DAY ) == TR 3 REEDE O T IALREIZ MIE T B RS LT,

3-1 Y= I =RULEMDOERK

KEITIE, T AT BT IFAIEDORER (n). TAx L EORER (m). HERT
DAL (X, V). 7 ==V IROBPNRRDHBRY = I =RYLEW 1-11-m-n D5 T4%
1% Figure 3-1-1-1 (27”7,

F(CFIICoHX < )-O(CHInO-_)-YCoH4(CFoF

Compounds 1-m-n (X =Y = S)
2-m-n (X =Y = 80)
3-m-n (X =Y =80,)
4-m-n (X=S8,Y =80,)

FCRCoHXL_y— H-0(CHp IO~ )-YCoHu(CRoF

Compounds 5-m-n (X =Y = S)
6-m-n (X=S,Y =8S0,)
7-m-n (X =80,, Y =9)
8-m-n (X =Y =80,)

F(CF2)n02H4XO(CH2)mO YCoH4(CFy)F

Compounds 9-m-n (X =Y = S)
Class Il

Class |

Class I

10-m-n (X =Y = S0O,)
11-m-n (X =8, Y =S0,)

Figure 3-1-1-1. ¥ = I =HULAEW D5y 1HEiE
Yz I =MUEEY 1-11-m-n 725 NZHBHADRIETL. NMR, IR, MS A7 R JUENTIC

X 0iT-o72, £7-. B LTALEMOMEE L, HPLC ZHWTHIE Lz, b 05 E
e FERLGESRC AR AT —2 X, 7 BEICE S DT,
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3-2 A AR ERT B 7 VbEE
3-2-1  FEERBEERIS K ONHIE 1k

2-2-1 Hii & RERO SRS L OMET k2 MW TiT - 72,

3-2-2 A A UEIRTIZE T D 7 V{kEE

T I =B EMEE 1 OV {BEE

Y 2 =MULEY 1-m-n. 2-m-n. 3-m-n. 4-m-n DA FARKETIZIT D 7 ALREDHIE
fE % Table 3-2-2-1, Table 3-2-2-2, Table 3-2-2-3 2/~

Table 3-2-2-1 226, A/VT 7 =)V (>8) OB % b ALEWIX. A A RET T LE]
B LAZ K WDIZR LT, AT 4 =) (>8S0) HDHWIT AR =V (>80, % TRk L
AL AL, 287 TFSA B XN FSA RA 4 Uik %E Swt% LLFORIMTr b c& iz,
INHORERIT, ¥ = I =MULEMRE 1 OABEIETICIT 2 7 AbRROFER LW TH 5,
—Ji. AT 7= (3S) EANVE=VHE (580 O E L EEW bR, 2R
TFSA %A AR E T AL TE e, TNHDORERNG, A U HRIETTIZEB N TALT 4 =
L (>S0) RANKR =V (>80,) 72 ED KX < Spki Lz @B OE AN 7 ALRE O FE L
WZAFNZ# S Z ER o Tz, ZHUTx LT, AT 7 =L (>S) OB AILA A RIKIC
X DERNED M B L T AR O BBUIAFNE < Z L2357 o Tz, THuH OERITH S
INTIEZRWDS, A F IR TIEY = I =AU S B ik 5 & & Bs-E— A v
M RBEERTHHBHTZENTEDLD T, RIS T NV OIRUICHR 2Ny 73l
HEIT ol EEZIBND,

Table 3-2-2-2 # LN Table3-2-2-3 /D, ~IL 7 A w7 X NVEEDRFELL (n) OHRIC
Ko T TE ZEIEORBITZ VAT 20D, FALRROFRBIC KX 7284 &
EE ol FHUTK LT, TAX LU EORFEL (m) OBBITT7 MELEEDORBIZ KX
R RIE LT, THODRENS, TIAX L UEDORER (m) OHINZ, ¥ = I =/
LA ORERIEZ IR L, 7 AbREZ 1 EEE 5 2 L30Tz, iUk, AR A F
7ok ERBRDRERTH -T2,

W TAER L= A 4/ FVDOEE% Figure3-2-2-1 1239, TR, LAY 1-12-6,
3-12-6. 4-12-6 ZHWTIERL L 7= [BMIM][TFSA] 7 /v (7 /ALHIREE 3 wt%) 1&. IREEOfE
FIZ KXo CTEPIERRE S e o7z, ZHUTKIL T, (LAWY 3-12-6 ZHWTHER L7 A 4
I TN (TIACAIREE 3wit%) 1X. T X THEF Th o7, 2O X5 RTNVOFEWFEDEN
X, A A VRIEF Y I =AY EWH A R L TR SN EES ROV A XKD
HDEEBEZBND,
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(@) (b) (c) (d) (e) (F)

Figure 3-2-2-1. Y= I =AYLAEMEE 1 2 WV CER L= [BMIM][TESA] 7 /v (&7 ALH
PREE 3 wit%) @ (x) 1-12-6, (y) 3-12-6. (2) 4-12-6 ; {LEW 3-12-6 ZAWTHERLLI=A A4/ 7
v (FAEHIBEE 3 wt%) : (a) [DEME][TFSA]. (b) [TMPA][TFSA]. (c) [P13][TFSA]. (d)
[EMIM][TFSA]. (e) [BMIM][TFSA]. (f) [BMIM][FSA]

T I B EWRE T DS VKRR

T x 2 =MWULEY) 5-m-n. 6-m-n. T-m-n. 8-m-n OA F RETIZEBIT B FAALREDHIE
fE % Table 3-2-2-4 33 X O Table 3-2-2-5 (27,

Table 3-2-2-4 35 L TN Table3-2-2-5 72 b>, A7 7 =LK (>S) 26 ALEW S-m-n. 6-m-
n, T-m-n 1, 4572 TFSA XN FSA RA 4 ihk%E 1wt% LLTFORIMTr LTz
DIz LT, AR =V (>802) DHZ2 S ALEY 8-m-n |L. A A RET T LVETE
T 5 2 & HEIRIR R A Ue, Z ORI FOUEAIREZ 10wt% £ TR CHLLD
LRInoTle, ZRHDHERN G A X EREPIZEB N TRV T 7 =)V i (>S) DFEANRT IV
LREDHEBUZAFNZE < Z L3 0oz, ZOMRPIL, fid L7y = I =AULEWRE 1 ©
R LW ThHotz, ZOEKITHSNTIZARVR, — D7 ==L U EOBOBNC L 5 A
2o X L TORBETTVIBRICERN Ry X IRl holzizdb tEx b, —
. TNAX L UEORFEI (m) OERIXT MALRBORBUIE L RIT S RN LMo
7oo ZOERNL, BIR L7ZY = I =AULEMEE T OfSFRE —E Lisholz,

vz I =RULEWRE T O 5 VALEE

Yz I =HMUEEY 9-m-n, 10-m-n, 1-m-n DA F L ARIKFINZE T 5 7 NALREDO R ERE %
Table 3-2-2-6 (2”7,

Table 3-2-2-6 726, A7 7 =M (>S) b ALEW 9-m-n. 1l-m-n 1T, TLF L g
DRFEH (m) 23 6 LR THEHAR TFSA B X FSA BA 4 ik %E 2 wt% LLFO
WINTH AL T E Iz, ZOBIAIT, BNt L7227 = I =AULEWEE T OFRE —B L T,
MMz T, 7L IRORER (m) 25 12 OILEWE L T, 7L TE 2L oHH
BLOFRMR T MCIREIZR & 22 i3 o Te, ZOERIZA SN TIERWA, BRdH 7 =
=L DB DEINC &> THONVERICHR 2Ny T TR END XD Rolzlzd %
bbb,
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Table 3-2-2-1. Gelation tests for 1-4-12-6

Compounds (concentration, wt%) 2

lonic liquids 1126 2126 3126 4-126
[DEME][TFSA] S G(20) G@BO) G0
[TMPAJ[TFSA] s G(1.0) G@20) G(1.0)
[P13][TFSA] s G(20) G20 G(20)
[EMIM][TFSA] S G(1.0) G20 G(1.0)
BMIMJ[TFSA] G (0.4) G(5.0) G(1.0) G (1.0)
[BMIM][FSA] s G(1.0) G (20) P
[BMIM][PF6] S P P P
[BMIM][BF4] S P P P

aG, S, and P are gel, sol, and precipitate states, respectively.

Table 3-2-2-2. Gelation tests for 1-4-12-4

Compounds (concentration, wt%) @

lonic liquids 1124 2-12-4 3.12-4 4-12-4
[DEME][TFSA] S - G (3.9) -
[TMPA][TFSA] S - G (1.5) -
[P13][TFSA] S - G (2.5) -
[EMIM][TFSA] s - G (2.0) -
[BMIM][TFSA] S — G (3.0) -
[BMIM][FSA] S - P -
[BMIM][PF8] S - P -

[BMIM][BF4] S — P —

aG, S, and P are gel, sol, and precipitate states, respectively.

Table 3-2-2-3. Gelation tests for 1-4-6-6

Compounds (concentration, wt%) 2

lonic liquids 1-6-6 2.6-6 3.6-6 4-6-6
[DEME][TFSA] S - P P
[TMPAJ[TFSA] s — P P
[P13][TFSA] S - P P
[EMIM][TFSA] s - P P
[BMIM][TFSA] S — P P
[BMIM][FSA] S - P P
[BMIM][PF6] S — P P
[BMIM][BF4] S - P P

aG, S, and P are gel, sol, and precipitate states, respectively.
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Table 3-2-2-4. Gelation tests and MGCs for 5-8-6-6

lonic liquids

Compounds (concentration, wt%) 2

5-6-6 6-6-6 7-6-6 8-6-6
[DEME][TFSA] G (0.5) G(0.6) G (0.8) Vv
[TMPAJ[TFSA] G(0.3) G(0.3) G (0.6) Vv
[P13][TFSA] G(0.3) G(0.7) G(1.0) Vv
[EMIM][TFSA] G(0.3) G(.3) G(0.6) Vv
[BMIM][TFSA] G(0.3) G(.8) G(0.6) Y
[BMIM][FSA] G(0.3) G(0.3) G(0.6) Vv
[BMIM][PF8] P P P Vv
[BMIM][BF4] P P P Vv

aG, P, and V are gel, precipitate, and viscous liquid states,

respectively.

Table 3-2-2-5. Gelation tests and MGCs for 5-8-12-6

Compounds (concentration, wt%) 2

lonic liquids 512-6  6-126  7-12-6  8-12-6
[DEMEJTFSA] G (0.4) G (0.8) G (0.8) Y;
[TMPAJTESA] G (0.3) G(0.2) G (0.6) v
[P13][TFSA] G(0.3) G(08) G(0.8) Y,
[EMIMI[TFSA] G (0.3) G(0.8) G (0.6) v
BMIMITFSA] G (0.3) G(0.8) G (0.6) v
[BMIM][FSA] G(0.3) G(0.3) G(06) v
[BMIM][PF6] P p p v
[BMIM][BF4] p p p v

aG, P, and V are gel, precipitate, and viscous liquid states,

respectively.

Table 3-2-2-6. Gelation tests and MGCs for 9-11-m-6

Compounds (concentration, wt%) @

lonic liquids 966 9126 1066  10-126 1166 11-12-6
[DEMEITFSA] G (0.4) G (04) G(20) G(04) G(0.6) G (04)
[TMPAJTFSA] G (0.2) G(0.8) G(20) G(04) G(0.6) G(08)
[P13][TFSA] G(04) G(0.3) G0 G(0.6 G(0.3) G(0.4)
[EMIMTESA] G (04) G(0.8) G(1.0) G(04) G(15 G(0.6)
BMIMTFSA] G (0.6) G(0.3) G(1.0) G(04) G(15 G(0.6)
[BMIM][FSA] G(0.6) G(0.6) G(1.0) G(04) G(0.8) G(0.8)
[BMIM][PF6] P P G (1.5) P P P

[BMIM][BF4] P P G (2.0) P p p

aG, S, and P are gel, sol, and precipitate states, respectively.
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3-2-3 FOVOEENE

V= I =TULEMEE 1 O J IV IKEE

bEY 1-12-6. 3-12-4, 4-12-6 ZFWTHER L7 3wt% A A4/ FVOREMEZBILE LT
fER. LAWY 1-12-6, 3-12-4, 4-12-6 ZHWTIER L7z 3wt% OA 4/ S id, Diel &
b 12 AR 5 NS T2 2 & R < SV RRE AR C & 72,

T I B EWRE T O VKRR

{bEW) 5-6-6, 5-12-6, 6-6-6, 6-12-6, 7-6-6, 7-12-6 ZHWTIER L7z 3wt% A4/ 7
DREMEEBIEL LTMER, (LAY 5-6-6. 5-12-6, 6-6-6, 6-12-6, 7-6-6. 7-12-6 % T\ THE
LT 3wt DA A ZFak, D &b 12 7 BT EE R & NSRRI ET 5 2 &7
TIARREZMERF CE 72, ZNHORRNS, 7% LU RORFER (m) ORI X > Tft
MR TSE5X0 0, 07 2= L RO E RN S8 THFREEZ IEIHICT 5
Z & TCRERME AR T & RSV ORENEN LICHTH D Z LB ynolz,

3-3 VL — SIS E
3-3-1  EBRFEER R X ONHIE ik

2-3-1 Hi& FEED EREZ S X OWIE FETITo 72,

3-3-2 VL= VHRREIRE

V= I =AULEWEE | O VIV — S VERRBIRE

LAY 1-12-6, 3-12-6, 4-12-6 ZHWTHER LA A&7 DV v — 7 VEEEIRE OJIE
fi % Figure 3-3-2-1 1257,

Figure 3-3-2-1 (a) 7°5. A7 7 =/ (>8) & AR =/LH (>80, £ THLT 52 &
ICX o T/ — FIUEBIREN FH Lz, Zhid. A7 7 =i (S) & Ak =L ik
(>S0,) FTEMLT 2 = L2 Lo THIALAIS T ORISR EA U, RS IR o i 1t
MEELOEEZOND, T ARBEAZMWEZRERESERLIMETH T,

Figure 3-3-2-1 (b) 75, ALEW 3-12-6 ZHNTHER LA A/ Z A OV v —F SRR
FEWT, IEBEOREIC X » TRE ST D Z Lid/e <, 80-95°C OFEPHT—EIZ/R~T2, &
WO DRERNS . T AACANT & o TR S NI EAIROBL EWEDN Y L — S NVIEBIRE 4
WET D EEBEKRT D,

Y I =AULEMEE I O YL — VIR IRE
bW 5-m-n. 6-m-n. T-m-n =HNTHER LT=A 4 7F LDV — 7 VIR E OHIE
fE % Figure 3-3-2-2 35 LY Figure 3-3-2-4 (a) 127”7,
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Figure 3-3-2-2 725 ALAY 5-m-n D ANLT 7 =)LHk (>S) O—TJi% ALK =)L (>SO,)
FCMT DI LICL o TYN—FERRBIREED 60°C FRE LA Lz, — /T, 7F L
FEORFEL (m) OEWVIZE > TNV —FNVEEBIREIIRE S EBb L e oz, THUE, A
IR A W R e RES BAEDERTH -T2,

Figure 3-3-2-4 (a) 7°5. (LAY 6-6-6 ZIWTIERLLT=A A4 Z DV v — 7 Vs iR
X, IWIEOREIC X > TRELSBIET D Z L1372 <, 130-160°C OHFPH T —EIZ/2 - 7=,

D I =YL EWEE L OV — S VIR

1LEY 9-m-n, 10-m-n, N-m-n ZHNTHER L7247 Z D v — 7 ViR E OH|
TERER% Figure 3-3-2-3 3 X OV Figure 3-3-2-4 (b) 121773,

Figure 3-3-2-3 225, ALAW 9-m-n DAV T 7 =)Lk (>S) O J5d D WL & ALk
=L (>S0y) EFTHLT D Z LIC K- TN NVEERBIRED 60°C F2E LR L, —F
T, TAFLUEORER (m) OBFEDICLE > TNV —FVEBRE I RE S E(L Lo
Too THUT, AREZ T WERERE S EARDERTH -T2,

Figure 3-3-2-4 (b) 75 LA 10-12-6 ZHWTER LA 4/ F Loy v —F s
FEIE, ORI L > CTRE AT D 2 &3 < 170-190°C O#PH T EIZ /R -T2,
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100 | 100 |
N\
80 | i 80 |
O o
560 I ’ 360 |
S %
40 40
20 | 20 |
0 1 1 1 1 O 1 1 1 1
0o 1 2 3 4 5 0 1 2 3 4 5
Concentration / wt% Concentration / wt%

Figure 3-3-2-1. (a) ¥ = I =TULEWHE 1 2O TIER L 72 [BMIM][TFSA] 7 /v > )L
— VIR - (O) (k&Y 1-12-6, (L) k&Y 3-12-6. (0)) {LEW 4-12-6, (b) 1LEW
3-12-6 ZHWTHERL L 72 A A/ F LD Y v — F Ul E - (O) [DEME][TESA]. (A)
[TMPA][TESA]. (L) [P13][TFSA]. (<) [EMIM][TFSA]. (X) [BMIM][TESA]. () [BMIM][FSA]

(@) 180 (b) 180

150 150

60 60
30 | 30 +
0 1 1 1 0 1 1 1
0 1 2 3 4 0 1 2 3 4
Concentration / wt% Concentration / wt%

Figure 3-3-2-2. (a) ¥ = X =BULAEWEE 1T Z W TERL L 7= [BMIM][TFSA] Z /L ® > )L
—TFNAERBIRE - (O) (LAY 5-6-6. (A) {LEW 6-6-6, (L)) (LA 7-6-6, (b) = =
UL EWEE T 2 W CERLL 72 [BMIM][TESA] 7LD Y )L —F AsigiaE « 0 (O) {bd
¥ 5-12-6. (A) {LAEW 6-12-6. (O) {LEW 7-12-6
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(@) 210 (b) 210

180 180

150 150
S’;)\120 - 8\120
,:ga 9 é 90

60 60

30 30 |

0 L L . 0 L L .

0 1 2 3 4 0 1 2 3 4
Concentration / wt% Concentration / wt%

Figure 3-3-2-3. (a) ¥ = I =HWUbEWEE 11 21V CER L 7= [BMIM][TFSA] 7 /v @Y v
— TR © (O) {EEW 9-6-6. (L) (LAY 10-6-6, (1) {LEW 11-6-6, (b) ¥ = I =
UL AEWEE T 2 AWV CHERL L 72 [BMIM][TESA] 7 /v oY )v—ZOUVisiRE - (O) (LAWY
9-12-6. (A) {LAEW 10-12-6. (0) {LEW 11-12-6

(@) 200 (b) 200
160 160

© 120 © 120

5 80 > 80
40 40

0 1 1 1 O 1 1 1
0 1 2 3 4 0 1 2 3 4
Concentration / wt% Concentration / wt%

Figure 3-3-2-4. (a) {LE&H 6-6-6 B VY (b) (LAWY 10-12-6 ZHWTIER LA A4/ F v
DNV —TNVERBIREE © (O) [DEME][TFSA]. (A) [TMPA][TFSA]. ([J) [P13][TFSA]. (<)
[EMIM][TFSA]. (%) [BMIM][TFSA]. (*)[BMIM][FSA]
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3-4  PEpNEEEIZR
3-4-1 JIEFREOERTE X ONWIE H1E

P E RO VERY
2-2-1 i & FRED TIETIERL LA 4 7 7 LiE. 20°C OB TH7L &b 12 FrEEE
SR %, TEOHIERNVE LICF VB84 L, Wy 2 RET 5 2 L LT,

A EE - B 2
AATETBAMEBL (SEM) (H AE 7F#Rkath ISM-6510LA) % Hv 7o,

3-4-2 WIS

{EEY 1-12-6 BE O 3-12-6 #HVTIER L 7= [BMIM][TFSA] 7 /L O BMEEBIEL OFE
K% Figure3-4-2-1 | Z-T, CORRALEW 1-12-6 LW 3-12-6 & HIZ 300-400nm D
WAHEIRES DB T 2 2 LN TEIL, ZUDDORRNG . T ALAID 113, ARSI
W R & RBRICHBHEIRE AR Z TR L. TR O BEAAE D 2 TERmMRF vy R T
— 7 B L CWD Z R ho Tz,

v

e 5um SEl x4,000

e 5.m SEl x4,000

Figure3-4-2-1. (a) L& 1-12-6 Z W TIER L 72 [BMIM][TFSA] 7 /L@ SEM [Eif%, (b)
L&Y 3-12-6 Z#HWTIER L 7= [BMIM][TFSA] % /L ® SEM &%
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3-5 /I EOELD

ARETIE, B 2 BCHEMR LY = I=8EW 1-11-m-n RV, A A ARIEHIZE T
%7 VALRE Gl C & DIIEOFERE, RIRT IALIREE . 7V ORENE, Y Vv — 7 VB IRE)
DAZ Y == TRBRING | D FEEDEWR T LRI KT TR ELRF L, A2 U —
= TR OFE R A LTI T,

(1) ZNALRE DB Al 72 R OBLE (X, Y) 130 THEEOEWIC L » TR -
7=,

Q) TAXLUEOREE (m) ZHIMSE D LM CE 2RO, RIK7 ALIRE.
FDREMNRE LA LR, b —F BRI KX < B b Lo 7=,

B) T HEEEIERIFRICT D L T & DIBEORE, SR AR, 7V DL EMEDE
L<m L7,

(4) WREFEFORLE (X,Y) BEWIEE VL — BRI A & < 2 AR S - 7=,

() A FIE, A A CHE m OBHERIE D A TR L T,
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Vivar =~

04 =

A F 7 TV ORI 72 AR

A AWK, BB ENE, D TIRWERRIE, @A A AREE e © O R R et
Ba b ol bBERILFEEZII LD & T WA HTCOIABRHF ST D, & ZA0, A
T AARIRORF R 2B A2 9 Z L FMAET D2 HANTIZ E A ERm BTN,

AREETIX, 5 2 BCBHBE LY = I =TT b AMES 7 0 AbH 2 D CTERLL 72
A A FINTORA A ORI et 2 BRALFE O TIEIC X0 flr L
T2y Ty NT =7 TCO/A A OB 22 BT 5 2 L1, Z2RodiE%
Mg 5 LCHERMENGOND Z LRSS,

4-1 A A ARERE
4-1-1 RIEP L ONVIIE ik

T m b ARG T AR

VI =RUEEY) 1-12-6, 3-12-6, 4-12-6 1E, 99.998% T /LT H A (CHMHEFEEKASH)
FPR T, AKDEE 0.1 ppm LLTFITR-N T H AEREMEMN N2 —2 7 0—T Ry o
A (RS HEERBERT 1AD-3KP) IS 1 WHERBRERE L2t o2 H Lz,

A A AR

[BMIM][TFSA] 1%, BB b RStk E 7L 2 T AFEK T, KSEE 0.1
ppm LLFIZfR7=NT=ra—T Ry 7 ANTHAR L, RELTZbOEFH L7z, fdE L Twn
HACFERALC K o TA F UAREROMENRKE L RO THEENPLETH 5.

7 L DRI T

WEE /T W UFO Bl (FRHEASH HS 77 v b)), B/ —F2—3H T
AYERE CRPERHEEN S GB-100R, ®24 mm), 1EAR & AR HIZ B 4&&EM (d15mm) % H
W, WIERNIE, Fa—T Ry 7 ANT Figure4-1-1-1 (23T X DAL Tz, A4/
R, IBAIR S BTV LIREBIC L CTREARNICHEIE LTz, A F IR D D854 b [FIEEIC
ML CHRE LT, BT AN Clatk, Z7a—T Ry 7 ZANTORL L 12 RefEE &
Wi, TO%, Fua—7HRy 7 ARMLEY L THIEZIT- 72,
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o
e

| |
Pour melted ionogel
—

Spring

Electrode press @

Electrode <__—>

Teflon guide @

Separator <>
Electrode <>

(=== S s
Figure 4-1-1-1.  #IE & /L ORANLT

A A ABEE ORE

R M E S AT L (Solartron Analytical, Inc. Solartron 1280C) % V>, J& R F i 2
0.1-200000 Hz, #RiE4 10mV IZRE L, HHEA L E—F 2 AR K - THIE L7z, JIER
FETVRGIRIEIRSS (A y 7 RSt SU-241) &2 VTR L 72, HIE R Z OM#EFTIX
ZIEI ZPlot & ZView W TITo72, BAVER K 13, 0.1 M HELH U 7 L (KCD)
TEHE R ERUG DA F ANARESE (0=12.856 mS cm™ at 25°C) Z AV, Ko =0 x R (R ITIRIE DHE
1) OBRA L v k7=,

4-1-2 A I ARG

L&Y 1-12-6, 3-12-6, 4-12-6 Z W THERL L 7= [BMIM][TFSA] 7 /v OEREIZISIT 5
AT N (0) BEOA A NG EEDIRFFR (0get/Onear) % Figure4-1-2-1 1279, ZhH
DOFRER S ALEY 1-12-6, 3-12-6, 4-12-6 % FWVTERL L 7= [BMIM][TFSA] ~/L® 20°C
WZBT DA A AMBEE X, Z TR 2,96, 2.77, 2.70mSem™! TA A RIKOHDEE (3.18
mS ecm™) &g U CRBEDE A RT Z L8 nhotz, 2, WERE 20-100°C OHiH
TRERIZA A ARIK D DI5E & FRRE DG v, A A ARBEE ORFFR LR IC X
57 08 LLETHDL Z ENhote, ThUuL. — R E S TR W TERL U721 A
JTNDA T ARG L IR LT 100 FREGVETH L, ZbofmRiT, BEmo 7 e
N RS A A FALRIORER & b~ LTV D, 2, FAAEKIORINED 3 wt%
ERBDTH72NZ LT, FARy NI BRA A OEhE0T & (kHg) ZHE LN
HEEZLND,

46



EBIT, TIULBIDO S FREEDENC L > TA A UAEEOMARELS BL LT &
Dot BT, DFRICKE LS LIz A VA=V (5800 % 627 W bA] 3-12-6
BEO 4-12-6 2N TH, A FTAMREEDMEICKRE REDB RN LD, Txy FY
— 7 ORFEME ENTDTINNCA A ik e 7 —a SRR EENRD 5 L b s, Zh
SITREMNTH Y . REIE (A IR OWIE) (B E RIETHOTIERNZ ERSH-o
77

(a) 107 g (b) 12
5 13@28@@§@§
'%g 0.8 F

102 &

|Zgawyy

ISV

06 |

gl Scm™
34
age// Unea{

0.2

1073 I I 0 I I 1
2.6 2.9 3.2 3.5 20 40 60 80 100

100071/ K1 T/°C
Figure 4-1-2-1. [BMIM][TFSA] 7 /v (ZMLANREE 3 wt%) OFIREICB TS (a) 14

(REREE LY (b) A A ARERE DR - (O) ZFUEAlIZ L. (O) ba® 1-12-6. (L) 1k
EW 3-12-6. (0) {LEY 4-12-6
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4-2  H O HEEHRE
4-2-1 RIS L OVIE ik

T b S S AR
VI =RUEEY) 1-12-6, 3-12-6, 4-12-6 |X, T/ T HAFRK T, KGIRE 0.1 ppm
LTI a—7 Ry 7 ZRIZ 1 BEEREHE L O2 M L.

A A A

[BMIM][TFSA] 1%, BIRA LSt Z 7L T HAFRER T KOEE 0.1
ppm DA FIZR7TENT 7o —T Ry 7 ZANTHA L, RE LT Lz, &L Twn
HAEFEFIC L > TA A ARKROMENRE S R DO TIEERLETH 5.

HTE L DFAIANL T

KR R 7 =20 (RN 5 BMS-005)) % vz, HlERLIZ, 7 r—
TR w7 ANT Figure4-2-1-1 1R L HICHLHNLThz, A 4 ZViE, IBVAfE S8
JVIRFELZ L CRAMNICHEES 5mm L7225 KD ICFHE Lin, A A RIED DA b [HE
AL CHRE L7, — Db X KIARA DAL 5 ML OIES 24 - 72, 2L
Tk, Z7a—T Ry 7 2ARTORL LS 12 BEBES S, 0%, Z7o—T Ry s 2
PGS ELD L CRIE 2475 72,

2

lonoge

Figure 4-2-1-1. J{EE /L

H CR R E DR E

¥k GR 7' —7 (HARE &4t 50THSGR) B L OEMESEARERT 7 (HAR
RS NM-Z10149TTHGR) % #:75 U 7o i i b2 @ (H RE NS4 INM-
ECA500) Z vy, B AR SV A% A i, XV Z%F% BPPLED DOSY PFG (Figure
4-2-1-2) \ZTRRIE U, W AR R IEEIEIC K - THIE L72 7, IER L OENTIL Delta &
AWTIiTo T, 7 a—T7 ZH%iE, A 428K (D=2.55x10"°m*s ™" at 30°C) % v Thé
P ARERE O IEAIT > T2, £72, D F A BLIOT =4 /O H OG0B, =
AL TH (500.1 MHz) & "YF (470.6 MHz) %R\ CiT-72, JIERE L, REEEEZ T
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HU-EHET 27 (BAE FHRASHE NM-10L/DEWAR) & 7o —7 b —%—% H\ Tl
L, BWNCLET DL D2 b 30 oFFiE L7 %ICEETT - 72,

90° 180° 90° 90° 180° 90° 90°
T Te
1 [ ==l 1] [l==]]
RF E>>
5 5
5 -9 5 -9

Figure 4-2-1-2.  BPP LED DOSY PFG /3L AR5

Z 20, g IS AR VA DFREE | § 1T AR SV A OBRSTRERE] ., A 1IRG AR L A
ORSHFECHY . Z OIZZEMAY (z @il (CBET 2 EHA NMR © 27 FAOREE L
TN L7, Zox=a— 7 F /v (E) 1L, Sterjskal-Tanner M. (Equation. 4-2-1-1) (ZX Y
HOIEBERE L BRI T 2 Z &3 CT& 5 7,

E (8, g A) =8/ = exp[—y*g26’D(4A — 8) /] Equation. 4-2-1-1

2T, S/ S lFma— IR, v 3B OZBREEAL, D X E IR
n ITMEEEZ RS, AEICBNT, § & A IF—E&LLT g% 0.1-3.0 Tm ™! T
SERBO T FREABN Lz, AT ES 16 BlE L,

4-2-2 A CHEBRER

&™) 1-12-6, 3-12-6, 4-12-6 % W TIERI L 7= [BMIM][TFSA] 7V (FALAIREE 3
Wt%) @ 20°C \ZBIF BB F A BLOT =4 o Fo MRE) 72 B C IR O RIER R (1
AtV 2 O BREENE 50ms) % Figure4-2-2-1 (283, 2B ORENS, X TOH
EREHZBWTCHTF ALV BLOT =4 e BICBWEREEZ T L, MBI 265
R OB BAFICB STV D 2 E Ny no Tz, ZOBEMBMOBEE NS A 4 FD
B OPEBR R A R L7z g, A F A VRN T =4 L 0 0 E CEE R A R L, £ 0
TS AL DO FETEAL L2 L3 yino Tz, T OB, 352 < DS THFZEDREH &
—HLTCNDZ L aER LT,
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(@) o (b)
1t
@O Anion ‘L?
N )
£ £
2 F
Cation
-3 L 1 -3 1 I
0 2 4 6 0 2 4 6
v29202%(4A-3)m2/10"" s m2 y2g202(4A-3)1m2/ 10" s m=2
() o (d)
1 F
Qo Anion "\53
) o
£ £
2}
Cation
-3 I I -3 1 1
0 2 4 6 0 2 4 6
v29202(4A-8)m2 /10" s m2 y2g202%(4A-8)m2 /10" s m=2

Figure 4-2-2-1. [BMIM][TFSA] 7 /v (7 /ALAIREE 3 wi%) @ 20°C (23515 2 U H) 70 A
CHLBAR B ORI ERE R (B35 AR Vv A D EREE 50 ms) : (a) 7 VEAlZ2 L. (b) L&Y
1-12-6. (c) {LEW 3-12-6. (d) L&YW 4-12-6

50



e T B ARL SV A DO BREREIRE A 20, 50, 100ms &AL EIH7- &L E D 20°C (BT
DA F O A CALEFR O MERE R % Figure 4-2-2-2 [ RT, ZNUHORERNG |
ARtV ADRKFHR A2 S ETH A CIEREDARES BT L LR ETHD
TN holt, TITC, B OIEBERENL, WIS ARL L AGREE | B AR SV A O U
[, B AL UL A DR R AR TE L2 2 & 2 B . ASHIE TE 5 7= B B i
DA SN TND 2 E 2R Lz, ., BSEAR SV A ORI HRA 2SR 6
BT 2 2 L3, A A FOIBERREZ TN 5 2 LI ENR D, 2ED | BGoiiha
il <V 2 OWSEIRGE & B QAR ED & =IO ZE R OB ENEERE R 2353725, % OBFR
(Equation. 4-2-2-1) ZLL FIZRT,

R = V6D X A Equation. 4-2-2-1

ZORIZT =A O B CHERARE & B AR L A ORETERR 100 ms & U L 7oib
B, A<l 3 um O ERGTEMEN T V3R Yy MU —27 B3A 4 > OYEBSRIC K & 7
WRERIFI RN LB oTe, ZhUE, EFEMEBEOR RN S ZIUERI OB &
2 3wt% LD Th7pnied, Fovry hT—27 OB OV A XRE pm LA A DA
2 nm LV LD TREVWIENERLEEZLND,

DI, EA A VHEEZRIETHD EIRET D L. E 6Lz B C YRR iL Stokes—Einstein
?A. (Equation. 4-2-3-2) |2 XV REEE L BAMRITIT 2 2 &3 TE D 7,

D = kT /crnrg Equation. 4-2-3-1

Z T, D ITACHEBARE, kXA = o ER, TSR, ¢ 13EK. © ZHEER,

nATKEEE r 1Z A h—2 AR ERT, ZOBBRRKNS, LR BT H CIEBEREIC A
E@%#ﬁw T KSEICBA L CHRBRICAE B OZEN W L2 BT 5, b OfER
#%\4i/ﬂw@ﬁ@'i%bﬂfﬁé(ﬁﬁ%ﬁﬁ&i#%;mw);%%b%ﬁ\ﬁ
T ZRRE B 13 A A AR D B DA L RFEETH D 2 L AW BT Lz, ZORERIE, A4
NEREEOREFFEEIHFT 20O THD LREMIC, FLFxy NU—7HTORKA A4 U
ORI 22 ME 2 BT 5 Z L 13, B2 (Fv) OYEE RS 2 L CTERERME L 25
ZEEHBEMT LT,

S BIC, AR LV A ORI S0ms (Z[EE L, WIEREZ 20-80°C (Z&4 (LS H 7z
EEDOHAFUFEO B YRR OFE R % Figure4-2-2-3 (37, T ORER, BEZ (LS
HTH T LA IETH CIEBIRBICAE B D EN N2 L3y inotz, £, T F N
7= ﬁ/@i@mmaa#ﬁM@%rﬁﬁﬁ BT R SN o iz, —J5, A A A
BIGE TN L 2 BGHRHAS N E - (T v=u A7 ey NCTHIELT) BN, 44/ 7
ISR B DB S e oo Tz,
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10

[ 7=20°C
Table 4-2-2-1. Diffusion distance

o Sample R/pm

E Neat 3.2

:9 Cation Gel (1-12-6) @ 3.2

3 Gel (3-12-6) @ 3.2

Q i Gel (4-12-6) @ 3.2

@ aGelator concentration is 3 wt%.
Anion
1 1 1 1

0 25 50 75 100
A/ms

Figure 4-2-2-2. [BMIM][TFSA] 7 /v (7 /ALAIREE 3 wt%) O 20°C (Z351F D451 4 Fl
O B CHEHARE DIEBRFRUKAENE - (O) ZUkFlZz L, (O) bEW 1-12-6. (L) LAY 3-
12-6, () {LEW 4-12-6

(@) 100 ¢ (b) 100 ¢
Cation Anion

» »

oN B 0 oN

£ a E @

5 10 f 8 5 10 f

3 f 3t &

3 ® &
1 1 1 1 1 1 1 1
27 29 31 33 35 27 29 31 33 35

1000 71/ K- 1000 71 / K-

Figure 4-2-2-3.  [BMIM][TFSA] 7 /v (ZFMLAIRE 3 wit%) @ (a) B F AU FEIB LT (b)
T =4 UREORRE BT D A AEERE: (O) FubAlZe L, (O) {bAEW 1-12-6, (M) b
ay 3-12-6, (O) 1LEW 4-12-6
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4-3  H OB

4-1 BEWY 42 HiTHOLNTZEREZ L LA A VRO H OB 2R Lz ™, £3,
BRAE—F L RAENSEM LT A A ARG A F RO B NVRFECHIS 2 & CF
JAREE (Aimp) ZFH LT, S0 T B ORISR LIS B 15 Bz B CHRER IS
Nernst—Einstein M. (Equation. 4-3-1-1) (2 XV E/AREE (Anmr) & BRI HND ),

Anmr = Fz(Dcation + Danion)p/RTMW Equation. 4-3-1-1

ZITC, F Ty I p 1B, R ITRUKES. T IRMERHEE ., My (30T REER
T, Lo AW CTH SRR DB /BEE 2B L, k&I, BRI e—F v
ZYED BRI U T B AR 2 B AR R IR E D D R Lo B VR EcRl 5 = &
TA A FED H COFRBERE (Aimp /Anvr) ZFH L7, 25 OFER % Figure 4-3-1-1 BL W
Table. 4-3-1-1 (27",

ZORER, T AR OFERER LOWEIREIZ L &3 A 4 Fo 3 CfRBEEL 1L 0.50-0.65 O
FHTEE R0, A FRIEDOHZDEA (0.55-0.60) & HlE L THEOEN RN L 23)
Moz, ZZ T, [BMIM][TFSA] DHD A F L FED B CAEEERE Ofs 5%, LLRT. H. Tokuda
DOHE L7 (0.58-0.62)7) Libig L, —FH L TW\WD I & &R L7z, —FH T, Fkic
Ko TA A RIKD A CfBEE R RE R TFFHE, Frry N —2 OFRKEICA 4
FE 7 — o AR EAER TRE L TWA Z ERHEIE NG, & ZA0, ZFrkic k> TA
F RO B OB A B OZEIIA LN R o E D, FvFy MU —7 OfcEH
EAF UMD —a AAREAERDD TN W EAURIE S L,

53



(@)

10"

—
O
~

: 10" @
o 8
5 =i s
£ & £ o
o 100 = o 100
n : @ ® i
g s
< <
10_1 1 1 1 10_1 1 1 L
27 29 31 33 35 27 29 31 33 35
10007/ K™ 100071/ K™
() 1
0.8 [
Table 4'3'1'1 . /\imp / /\NMR
Z % > o Neat 0.55 - 0.60
s Gel (1-12-6) @ 0.58 - 0.65
£
< 04 r Gel (3-12-6) @ 0.54 - 0.65
Gel (4-12-6) @ 0.51-0.64
02 | aGelator concentration is 3 wt%.
0 1 1 1 1

0 20 40 60 80 100
7/°C

Figure 4-3-1-1. [BMIM][TFSA] 7 /v (7 ALAIREE 3 wi%) OFMREIZHIT D (a) EHHEA
VE—H U AENSE LT ERE | (b) WA SR EN DR L s
FEL (o) A A O CMBEE - (O) FbRIZR L, (O) kAW 1-12-6. (L) L& 3-12-
6. (L) L&Y 4-12-6
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4-4 FH 4 EBEOELD

ARETIE, £ 2 ECHB LY I =203 o b RS+ 7 WAl 1-12-6, 3-12-6.
4-12-6 % AAWCIERLL 72 [BMIM][TFSA] 7 /L COK A A4 L FOEN 22tk 2 B4
FE IO TIEC LI L2 R 2 LU RO,

1) 7l (A F IR AV Ry T — 7 ZREETEH Z L) 1Tk o TA A v Dt E
BIIPHEINIZS W E AN LT,

Q) TS & o TA R IEOREIME LD T DI S D B3 BRIRA 72 ks 13
TR D T OBE L RFLE TH D 2 & #H BN LT,

B) TMEDFIETA A O CBEEICHEDOER RN LN, SRy bT—7
DRI & A A O 7 —a AR T/h SN LR STz,

@) A A UMREE LR ORRN S, SRy NU—T PO A A U FROMAA
W72k 2 BRI 5 = L3, RelR (V) ot E g 5 L CEERMRE 2D
EHERBHLMMT LT,

5) T ILRIOFEFEIZ K » TR Z2ER K E S 2L Lz, ZF bRl o513 G
WCBITAEBENRBRIN W EEH LN LT,

55



il

5

i

AL TR B~ D)

PHRICBIR LY = S =B r AR ES A LRI A DN CERL L 7= 1 4 LD
COy FYBER B~ 23R T, A A ARIKIE, FENZABIZ X 5T CO, 78 & ORI A %3
AN PIE + R/ IS STl . kIO COy /rBEREEE L C o2 iR S
NWCW5, BUE, A 4 kiR ZAUBE ORI T L CRIT T 2 FIEBIRE ST 528,
JEN AN & o CSRHIED & A A ARIEBIRAVI T 2 E AR E e o T D, & 2AD, A
AR O KBS B 2 HERE L 7RIECH BT 2 EIRITIZ E A BTz,

RETIE A A/ T ND COp W E, COp IE BN VMBI ES 5 E CORE (ILEERE).
CO/Ny BRI E D CO» EEMEI~DIEMN 25 2 5 L CUEARRRIRA A/ 7LD CO,
IEZENCBT 2 B A2 /o Z L2 A E L,

5-1 LRI S ZEE
5-1-1  FR3KIs L OVAIE ik

¥E7 o b RS VA
Jx I =HUEEY 1-12-6. 3-12-6. 6-6-6. 10-6-6 Z{FH L7~

A AR
[BMIM][TFSA] 1%, B AR o tifiih 26 L7z, Bl L T abEattic ko
TA FIRIKDOMENKE L B DD THEENLETH 5,

HEH A
99.9% RALIREE ST A (KB HERREESAE), 99.99% EFE N A Cap eSSt 2 H
L7,

A 3 F LD VERL

AF ) HFNE, S aFa—7 RSt~ A No. 4) WTERILE, Zokx, K
ANRAL WK S THLOER Z -T2, 4 4 7 ZFOVEERIL, D7ed &b 12 FEfEEE S
BT LT,

T AN ZE 8 D E
T EH AU B EERE (v A 7 a b T v 7 - RSt MSB-AD-YMO) % v, %
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SRIFERFEOMNESMEE 3K a v AT A (Figure 5-1-1-1) I[ZREL, EEEICL-T
HIE Uiz, SR ISR Y —% = L — % — (Julabo Inc. F25-ME) % F\\CHilf#l L7=, #l
TR L OMNTIEL Mess Pro IV CiTo 72,

Electromagnet

Permanent
magnet
Position
likdl sensor
| | Load
decoupﬁng
i
i

_~ Sinker
kT4

b
b

lonogel

[~ Test sample

MP1 MP2

Figure 5-1-1-1.  (a) it AR ERELEE QWK (b) HIEREIORE LT, (c) WRiF
WERFED 3 Ry a v AT A

HERNZ, NATy NNIZZEDOI /7 Fa—T2REL, B—X ) =R THr—VEN
773 —0.1 MPaG (=0MPa) (2725 £ TR L7, REEOEENLET H E TR L7-%. H
BIED)E THET AZEAL, BE, KREOERENLET L2 ETRHE L, ZOREL%4H
BIENTITH) 2 ETHIENIZBITS MPI EEB L MP2 & 572, ZOHE%E
Equation. 5-1-1-1 {ZfRA L, 772 MPl {KREZH I L1z, W\ T, NZA 7y MAICHIE
RENASTZI 7 0F 2 — T ERE L AEOBRIELITH Z &L THIENICBIT S MP1 HE
BIO MP2 E&E%27-, ZDffi% Equation. 5-1-1-2 IZfXA L., HANEEZEH LT,

777 MPl ARREDOHE L Equation. 5-1-1-1
(1) MP2 OZF1=1%7) = BIfED MP2 HE — EHZERO MP2 HE
Q) BUERHS FORMEKEE = MP2 O%IT 12171+ 2 2 1 — 1Kk

(3) MPl1 (Kff = T v 7' U U VHREEMEATE + 7 v 708 + Ay METE
+ I uaFa— T
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(4) MP1 O%IF721%)) = MP1 (Kff X BUERHR T OWARE
(5) MP1 OZ{bE: = BfEDO MP1 Fil: — HZ9FFo MP1 i
6) 7727 MPl {ffi = MPI O b + MP2 OXIJ72i%)] X o —IKig

I AN DR T Equation. 5-1-1-2
(1) MP2 OIF7=i%)) = BHEDY o h—EE — BEKFOL 1 —HE
() BEFHKTOWKEE = MP2 Ol + o h—iKf
(3) MP1 &fg = BEHARE + 7722 MPI1 {KHE
(4) MP1 O%IF721%)) = MP1 (K X BUERIHR T O
(5) MPl OZfkE = BEDO MP1 HE — EZ2Hro MPl i
(6) BHIER = MP1 O%IF7=7)) + MP1 O L&
(7) FTAERE = BHNCEE + TA o1& X EEREBIZET 2 T A0E/VRTE
-~ WBtE&E

ST T AT o IBERERIARNE 024198 cm’, 7 7 IKFEIE 0.13869 cm®, N AT v b
RTHIT 0.86454 cm® & L7z,

6-1-2 A A 7 ZF® bR B S 2 E)

bEaY 6-6-6 % JHWTIER L7= [BMIM][TFSA] 7 /v (7 ALAIREE 3 wt%, A E &
0.3 g) @ 25°C IZHTF D CO NUEHBOMIFE(L (0 — 0.1 MPa) % Figure 5-1-2-1 |Z/R
T, TNHDRERNL . LAY 6-6-6 Z WV TIERLL 7= [BMIM][TESA] 7 /L@ 25°C (2
T2% COy IR, COy A& RN MITET D E TORFR (LR 1X. A F U RIED
DOEE L L CRBEOEEZRTZ ER™gmnoT-, Tk, ZFIUEFIOTIED 3 wt%
ERRDTHINT & T, TRy NT—T N AOEMRER X QYRR G 2 HE L2z
HEBZBND, —H, HANEMELE L COIGHES 25 T, HAGBRES EE e i
EE 2D, — WIS T ZAGMRENT. T AGIREE & T A IR OFE CTilsim S 415,

Permeability = Solubility X Diffusibility Equation. 5-1-2-1

P~ T, LAY 6-6-6 = AW TIER L7= [BMIM][TFSA] 7 /L 25°C (28T 5 CO, %l
UL, A A RO DOGE ERRETH D Z ENRBR I, O RERIT H 4 &
THEOLIEER (A TV ORI IR E DS A A R DA D6 & ik L THE D=
DRV DOHERITEDRRE —ET LD TH T,

VT, 25°C ICBITH COy BET Ny B DN ZELORERE R % Figure 5-1-2-2
WZRd, ZRODFREENL, LEW 6-6-6 ZHWTIER L7- [BMIM][TFSA] 7 /v® 25°C
IZBIT2D CO, BEU Ny BERIL, A A VRIEOH DG & Il L TR DEZ R 2
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EN ot Fio, JEAOEINCEES T COp 38 XY Ny U5 BN A i 7 vAk
DOHEWETEA LN ERDoTz, RIS, TARNERORNLEZEALNRICERL, FFoh
T RIERROMEEZ oWk Z L 5 LTV U —ER (H) Z3lHHE Lz, CO, BXOY Ny W&
W29~ U —iE$L (H) % Table. 5-1-2-1 [Za"T, Z2C, ~2 U —EHETHT A DOUIT
EERTHIETH D20, BN NS WVIEETADIE RN RKE N L EE®RT S, b

DFERNS, ALEW 6-6-6 Z N CTIERLL 7= [BMIM][TFSA] # /L ® 25°C 123115 CO,
BEO Ny HAPGEIZE D~ U —EBUL, EEA, 344 BLO 59.5MPa A A RIK
DH-DEGE (3.39 BEW 598 MPa) L[AFEETHDH Z L3 yinoTz, - T, 25°C 28T
% COo/Ny BPUEITA A ARIKD B D5 L RIFRE DK 20 (5 Th D Z LB oTz,

3

0- 0.1 MPa

N

—_

CO, Solubility / mL g

0 -\ 1 1 1 1 1
0 60 120 180 240 300 360

Time / min
Figure 5-1-2-1. {L&¥ 6-6-6 Z H W\ CTHER L 7= [BMIM][TFSA] 7 /v (F ALK E 3

wt%., REHEE 0.3 g)? 25°C IZBIT 25 COy AEZEBDOFRREE(L (0 — 0.1 MPa) : (O) #
WEHIZE L. (O) L&Y 6-6-6
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S5 HIERE 2 25,50, 75°C LB LSBT L&D CO, WEZEFOMN TR K% Figure
5-1-2-3 1R T, TNHOFERLG JERELY LA S5 L CO, IUE R DT 2 6mIx
IO CTEL LW 2 ER oo, ZOBMIE, A 4 RIRD AT AULEZEB HIFEEL
FIGTHDZ EICHRT S, KIC, FREICBIT D CO IEIZES ~ U —ES (H) %
Table. 5-1-2-2 IZRT, ZHHDORERNG, (LAY 6-6-6 % W TIER L 7= [BMIM][TFSA]
TNVDFREIZEBIT D COy WEIZLED ~2 U —EHIL, ENEi, 3.44, 478, 6.21 MPa T
A T ARIED B DBE (3.39. 4.69, 6.06 MPa) L [FIFLETH D Z LS Tz, f\ T, 15
HITe CO WFIZFED ~ 2 U —EH EPIEIRED D COx IEIZBIT ST Z v —24k
(Ah) BEXO=r b —Z{ (As) PAERHTX 5, ZOBMKA (Equation. 5-1-2-2 B LW
Equation. 5-1-2-3) Z LA FIZRT 42,

OlnH
Ah =R (—n ) Equation. 5-1-2-2
2(/D),
0ln A
As = —R ( 5in T)P Equation. 5-1-2-3

2T, R FRIEH, P IXENERT, ZNHOBGRANSL, LAY 6-6-6 & W CHE
#1172 [BMIM][TFSA] 7/ ® CO, LK ICBIT D 2 e —ElbB LRy fr e —2%&
b o #E R % Table. 5-1-2-3 1" d, TORE. LG 666 ZH W THERL
[BMIM][TFSA] 7 /L@ CO, INEICBITFAZ 2L —EbB IRz bo v —21{kix, £
NZH —102 kI mol™ BE N —31.7 T mol™! K™! TA A EIKDIH DA (—-10.0 kI mol™! 33
KOV 312Tmol ' K™ ERIBETHD Z 03Dtz

F7=. ALEW 6-6-6 = HWTIERLL 7= [BMIM][TFSA] 7 /v (F/VALAIRE 3 wt%) O
REIZERIT D COy WAEZEBDOIE N EALERATE O (WEES) 1 MPa) % Figure 5-1-2-
4 TR T, TORER, Vi b 75°C £ TITROBMEEZLS 2 WIXEN B THIVIREE
DSAEE S D VITH D BEDN R X 202 E R o Tz,
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N
()]

[BMIM][TFSA]
= 20 | CO ®
E N, ) Table 5-1-2-1. Henry’s constants (H)
z ] HIMPa at 25°C
= 15 | |
% OQ Sample co, N,
@ 10 | ® Neat 3.39 59.8
z ® Gel (6-6-6) @ 3.44 59.5
c
® ® aGelator concentration is 3 wt%.
o S5 r
o [ ]
e
(m—mm = H N

0 02 04 06 08 1
Pressure / MPa

Figure 5-1-2-2. {L&W 6-6-6 Z MW CTHERL L 7= [BMIM][TFSA] 7V (FVALKIREE 3
wt%) @ 25°C IZBIT D CO, BLU Ny IEZFTDOENEAL : (A—7"2) T b7 L,
(7 m—X ) L&Y 6-6-6

25
[BMIM][TFSA]
20 | 25°C
5 50°C ~ Table 5-1-2-2. Henry's constants (/)
-
2 oo ~ HI MPa
~ 15 B I
> ® Sample 25°C___50°C__ 75°C
3 65 %l Neat 339 469  6.06
s 10 r o 66 06 Gel (6-6-6) 3.44 4.78 6.21
o) ® COG aGelator concentration is 3 wt%.
5 | ®e
ge°
0 ..I 1 1 1

0 02 04 06 08 1
Pressure / MPa

Figure 5-1-2-3. L&Y 6-6-6 Z M CTHER L 7= [BMIM][TFSA] 7w (Z ALK E 3
wt%) DOFREEIZIIT D COy WEZRBDIENEA : (F—T2) FAbHlzR L, (7 2 — X R)
L&Y 6-6-6
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Before After (25°C) After (50°C) After (75°C)

Figure 5-1-2-4. {b&® 6-6-6 Z JHIWVCTHER L 7= [BMIM][TFSA] 7 /v (7 ALKIIRE 3
wt%) OFIREIZIT D COx WEZEB O N EALRERFIZ O (MIEES] 1 MPa)

R#BIZ, ALEY 1-12-6, 3-12-6. 10-6-6 Z IV CTIERLL 7= [BMIM][TFSA] # /v (7 Uk
IR 3 wt%) O%E BIRERIC COy A5 &, CO, IG5 BN fIZET 5 £ TORM (L
2550, CO/Ny BIRVEZHIE L72fk 5. 7RI ORI L > TER D DR K E < Bkt
52 Loz, 22T ALEY 1-12-6, 3-12-6, 10-6-6 % W TERL L 72 [BMIM][TFSA]
T (TIACFIREE 3 wt%) O COy BEIZfE D~ U —iEE, CO INEIZHBIT o= Z v

E—Z{bB L=y b B —Z{bOWERE KA Table. 5-1-2-3 137, ZOfER. 7 ALAl
DOFEFEIZ K 5T COy WEIZHED ~ 2 U —EH, CO, NEICBIT D= L —Z{bEB XD
Ty b BN RELS LT D LTk, A A VREOARDOEE LRARETHD
ERInoTr, ZhUE, B 4 BTHIRARE X I UERIOREREIC X 53 A AR IR OY
P2 TR AL TE 2720, HADEEICHEBEDAENE TIT WD & 3%
Mmool

Table 5-1-2-3. Thermodynamic parameters of CO, solubility

Sample H/ MPa Ah As
25°C 50°C 75°C kJ mol~? J mol~t K1

Neat 3.39 4.69 6.06 -10.0 -31.2

Gel(6:6:6)° 344 478 621 =102 =317

Gel (1-12-6)2 345 475 — — —

Gel (3-12-6) 2 3.37 4.66 5.98 -9.8 -30.8

Gel (10-6-6) 2 3.44 4.73 6.13 -10.0 -31.0

aGelator concentration is 3 wt%.
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52 S5 EDOELED

ARETIE, 2 BTHB LY = I =87 1 N KRS 77 U EA] 1-12-6, 3-12-6,
6-6-6. 10-6-6 %\ CHERL L 7= [BMIM][TFSA] Z# /L0 CO, UG5 E. CO, I B3 T 12
BT 5 E CTORERH BLHEREL). CO/N, BIMEZJESTH 2 & T A4/ Fvd COo, INEZE
BRI LT DAV R 72 i L A BL RIS R T,

(1) ZME (f AR Ry N T —2 2T 5 2 &) 12 k5T COp DI
(COy WA, COy WA BN M 5 £ TORRE., COyNy BIRM) 13FHE iz <
NI EEB BN LT

Q) % 4 ECHEHONMENZLMEICET2MANS PHRILZE Y O RNE LN
D, MR A BT A Z LR AL A E 2D L CEERMBL LA LB
R Cc& 7,

(3) A A FINDHANEFBOERNDS, COy /BB E L TUSHFRETH D Z &R
I NToTod, Hidr/e COy MM Bt AR T 5 Z LN TE T,
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X
@)}
il

=9
(57>

¥

Y|

A A WARIE, BRI ENE, WD TRWAERE, @A 4 ARG /e & ORs R et
Babold, BRALFZIZ LD ETHRIANDE TOIEARIR S TWE, &2 A0,
A IR R ME 20700 Z L < S bT 2EAMNTIE E A ERBILTNRY,

— 5 &S T AEE & VD LRI O AR e e R LT RRE T UMb TE B, &
Noix, ZALBRI D KEREA THLIDENT L > TTr R L IET 1 R PRIZHH
T&E D, BEILT VIR E KBREA BT LW 2D, BiE OmA N L 2s-> 7208 Toli
AR CE 5, & ZABRBREEH A A L RIRO 7 AICET 5 &I TR0,

AWFFE i, LARI, H. Okamoto HLRAFER L7IET v kN UMK 17 ALAl 4-[2-~L 7
AT IVF )T F LAV T 7 =)V 1-T I ax o _RoB U B EARERKRE L, A 4 ikiEo
TFIACICHE L7282k 7 1 b MR 7 VA OB s B L ONE ke L. ER L 7o A
T OYVERRRT ISR OREE GBI A BRI TS 282 HME Lz, LTI
NI APIR % g S N e S

B2 E HIH ) TIIVDOIBEK

B2y = I =BUEEW 1-11-m-n DERRZATV, ARSI 5 7 v kEe (BT
X DWBEOREIE, BART ALIREE, SV OREME, =T NVEEBIRE) OR S ) —=2
BRI DS | O REEDEO DT IALREIC T T B 2 Mt LT,

(1) ANT 7=V (>S) ZEAT D & AHEEEH TR EE LT ol

Q) TAXLUREOREL (m) ZHINSE D LA TE 2RO, KIE7 ALIRE,
TFNDOEEMNE LM ELEN, Y= NVEEBEREIIRE S B Lo T,

(3) T ALRN O Gy FHEE A PRS2 Ll T & DO, AR AIREE, 7 Lo
LEVENE LM LT,

(4) 7= LU BB ATS LY L —SLEBIEENRKREL B LT,

(5) TR TiE. AR CHE nm OMHEIRES KA L Tz,

W3 E AF ) FIVDOBRK
W2 ETHBICAR LY = 2 =8YbEY 1-11-m-n AV, A T kiR icBIT 547
JALRED A 7 ) — = 7 BRI G . T HEEOE N7 ALREIC RIE T A2 it Lz,

(1) ZNALRE DI BU Fcill 72 i 5 i OBRLIE (X, Y) 130 T EOE WL » TR e -
77
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Q) THF VL UROREL (m) 2T L TE 2RO, KIK7 VLRI,
TFIDOLBEMENELL M ELED, YL —FIVIRBREIIRE B L o7,

() D EEIERITNCT D LM T X DWBEOFEE, KA IALIREE . 7L DR EME D E
L< kL7,

4) WiHEFEAORLE (X,Y) BEWIEE VL —FVERBIRRE D & < 7 D13 S - 72,

(5) TALRIG T, A AU HRIETCEE nm OBHERES KR AR L T,

AT A SO 2 R

BRUCBHRE Lz Y = S =37 a b AR 77 2 Ab#] 1-12-6, 3-12-6, 4-12-6 % I TC
{ERL L 7= [BMIM][TESA] # /i COKA 4 RO 22t 2 B FE R L O e
HIFIEIZ K0 T LT,

(1) 7l (A F RETIC AV Ry T — 7 BT 5 2 &) 12K o TA A Dk
RIIAEIIIS WD EEH BN LT,

Q) TIEIZ X o TA A RIEOWREIME TR DT DICH D B3 SRR 7ok XA
TR I DA ERRETCH D Z EEH LN LT,

(B) TILDOHETA A RO H R ICH B DEN RN S, TRy hT—7
DRI & A A O 7 —a AAREAERPD ThEWZ ERRE IR,

(4) A FARERE L WHRAVR R OBEN S, TRy B U — T R TOHRA F U FEORAR
72 AR 5 Z L. REE (X)) OYPEEBRT S L THRERMAE D
EEH LT LT,

(5) FALHIOTEREIC & - TR ARPHER K E S B Lisni=d, FAALHID 51345
(21 B HRESHIR SRV L2050 L,

H5 m MIRESEEM B~ DI H

BHUCBRFE L7z = I =837 1 b MR 7 v AEA] 1-12-6. 3-12-6, 6-6-6, 10-6-6 %
HAWTIERL L 7= [BMIM][TFSA] 7 /L3 CO, IAE R, COp YUA5 B3 P IZET D F TORF
W (EHERER). COYNy EIRIEZJIE S5 2 & T A A/ Zrd COp ULAEZRENCBT L C ALk
ERRASSIBTIR A

(1) 7ot (A A EEFICT TRy NT—7 ZHETDH 2 L) ITX 5T COy DULFEZEHE)
(CO2 A&, COp I BT ET D £ TORFR], CO/Ny BeIRME) 1XPHE Z4uiz<
W2 EEH BN LT,

() H 4 ETHOIMEN R YEICBET 280 S Tl L7l b OFERZG 57z
B, TR 222 RS 5 2 L1k, VDI EE 2D ECEERMRL LD L E
HER X T,

3) A A FNDHANEFETBOFERI D, CO» /3B ELE L TSHFRETH D Z &R
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B NTo72, Biar/s COy BB 23R4 5Z LN TE T,

PLEDORERIN G (1) FHUCAR LY = I =WIET b K5 1 7 AL AT AT B T
W L TR ERE A R LTc e LTH A F IR L TR VbR E R &
IBR S 72008, BRI T O AN BRI E e, ) FE7m koM o1
ALK T NN T2 A A ARIRD 7 Al 72 B ONCA A BRI O R R E 2487095 Z L /e
ST MET BN ERET 25 2 LN TE T, mBIT, RBUFFE TR B2 DSRS0 B O %8
JRICEEND Z AL LRED,

66



Vivar =~

& =

FEhr —Vx I=RULEMOER—

7-1 Y= I =MYEAEWEE 1 11, 1T OARK

7-1-1 R

2-(~UL T NF BT IOVR )T I =T REF A X o TERAS o E vz, %
DA DOFRIR, IR T— %A 22 TS 2 V=,

7-1-2  EERFEER RS IOl 44

CUBTNAT LI NT T T 4 —
ELALMMW Y T (F A Y — RSt IR-60-15173) ZHEIK L LB DO A — 7
YUV ATNAT A~ NI T 7N T To T,

YA R u~ T 74—

VYA o N BEEIRE s v~ b 77 7 (HAHT TS LC-9204, 8844 rIHLS
JEEERF UV-3704, RAEITEF RI-50s. 7 L@ JAIGEL-1H-40. % 7 42 JAIGEL-2H-40)
RN To7z, IHH L7 madL A& RBEERE L, 7T MREZ 25°C, XEHE % 14
mLmin~!, lEWK F % 254nm (ZFEE L, JIER X OWENTIX Smart Chrom % W CTiTo 7,

AL R

mRIRIR 7 v~ ~ 7' 7 (HPLC) (Rt B H BT Prominence, #4844 IR WO G
SPD-20A. W7 LA —7 2 CTO-20A., XK=~ => k LC-20AT. F > 7 A UKL= b
DGU-20A3, # 7 2 COSMOSIL® 5C15-PAQ (77 7 4 7 A7 &th)) # W TTo 72,
99.7% A% 7 —IVERBERAE L, 77 AREL 42°C, FREEZ 0.5 mL min~', JIEWK
F% 290 nm [ZEE L. IER L OWEHTIX LC Solution % W TIT o7,

gl T

WAL RS E (RS Y T 2 BRERBIFENEJERT MP-13) Z W T T -7, 72720, =
I CHRACRTE T H DAEEWICEE L THE@aillE 217 > T Rvy,

IRIMEUL AT S VHIE
7 — U EWRIN I R (RS AR EHERERT IR Prestige-21) & W CTIT - 72, A
ABEHIRAL S U 7 A (KBr) $EAIE, ARREHI R 9 7{b# U 7 L (KRS-5) 7 4 /L AIEIC K
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D HE LT,

BRI 2~ b VHIlGE

KRR e E (H AE RN EE INM-LAS00) Z W CiTo7-, T R I AF LT T
(TMS) ZWEHHE L L CHETEEE A W CHIESE 28 Uz, HES X OWinixzhn
Z# Lambda & ALICE2 %W TiTo7z,

B HTHE

tamdik s v~ 777 (UPLC) (HAR Y 4 — 4% — Xkt ACQUITY UPLC System)
L7 hr AT b—AF Ak (BS]) i Z2FDO_F Ry FEANNEAREL TR S &4
EE (OA-TOF-MS) (HA T + — &% — Xkt LCT Premier™ XE) # A& HOHE 72
UPLC/TOF-MS % W TAT o7z, ARIEFS KON, b0 KZ T e L mA & o #
— DFARE KB L7z,

7-1-3 Y= I =YL EWMIRE T OARK

AR A — A
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HS—@O o9 F(CF2)n02H4S—©—O H

4-Hydroxybenzenethiol Compounds A-n

O 0]
- iii o o
l(ll) %( ) F(CFz)nC2H4S—®—O(CHz)mO—Q—SCZH4(CF2)nF
Compounds 2-m-n
F(CFz)nC2H4S—®O(CH2)mO—©—SCgH4(CF2)nF —

Compounds 1-m-n (iv) 0 0
> FCRNCHS~_)-O(CHInOL_)-SCaHu(CFalF
(e} (@]

Compounds 3-m-n

\'4
F(CFg)nCZH4S—©—OH VN F(CFz)nCZH4S@—O(CH2)mBr

Compounds A-n Compounds B-m-n

l(vi)

0 (vii) o)
F(CFz)nCzH4§@O(CHz)mBr _—> F(CFz)anH4§—@O(CHZ)mO—QSCZH4(CF2)nF
o) o]

Compounds C-m-n Compounds 4-m-n

Scheme 7-1-3-1. ¥ = I =RULEY 1-m-n. 2-m-n, 3-m-n, d-m-n OEGHFARE ; BOSRIE L FF 5 () 2-(~A T AT rx)y=FiLd—y
Ry REES D A, T Ry 3 BREBER., () Lo-Y 7 aET7 V00 KEEAY UL 3-8 00 3 HIRERGE, (i) 35% g bKkRK,
FERE, 70°C T 24 RFRIINEMEEE, (iv) 35% @M b KFEAK, FERE, 3 RRDRIT. (V) Lo-Y 7 w7 VT, RIED Y U 7k b, 8K
BT, (vi) 35% JERR(L/KRK, BEER, 70°C T 24 BeUNBMERE, (vil) (LEW) A-n, IKEET D 0 I 3-_0 8 ) 2 24 RFIRTIER



LAY A-n DERL
LAY A-10 : 4-2-(-UL TNV F BT V)T IV AN T 7 =)V 7 = ) —ILDERK

F(CF2)10CoHiS<_)-OH

2-(~ULT A BT LIV F LI — R (526g,7.81 mmol), 4-& R XX B FA4—
JV (0.94 g, 7.44 mmol), fRKFEH YV A (2.06g, 14.88 mmol) &7 & k> 80mL % 200 mL D
A7 T ZAZANT 60°C T3 HEFENE L7z, ROSHAEIRIZAR 5 F THrE L ok
BLlz, £~ BT v, K, ffn&IEK, INAEREEZ N2 TRt (pH=3) (2L TAE
J& &Ko L 7o, AR I OKBRRE~ 7 > T KB N2 CHpf S W7otk AERE &2 O
Pr v JEaE L Qg A2 =R L — & — TR T 2 L ERB o, TORKEL D 70
HThru<w NI T7 40— (ZaafR/Lh) X HERL LAY A-10 (3.00 g, 4.46 mmol)
Z U 60% C157=, Colorless powder, mp: 113—114°C, IR (KBr disc): v = 3431, 1591, 1496,
1240-1134 cm™, '"H NMR (500 MHz, CDCls): 8 = 2.28-2.38 (2H, m), 2.97-3.00 (2H, m), 5.00 (1H,
s), 6.82 (2H, d, J = 8.5 Hz), 7.34 (2H, d, J = 8.5 Hz) ppm, HRMS (ESI): m/z calcd for C1sHsOF2;S [M
— H] 670.9962; found 670.9962.

LAWY A-8 : 4-[2-(~V T Vv Fa s FINTF AN T 7 =)V 7 = ) —ILDEK

F(CF2)302H4S—©—O H

2-(~vT7vF et s FA)ymFoa—T R (9.00 g, 15.67 mmol), 4-&B R BT
F—L (2.00 g, 15.85 mmol), BEEH U 7 4 (3.00 g 21.71 mmol) & 7t k> 100 mL % 300
mL DF A7 T 22 AT 60°C T3 HARNEH L7z, (LAY A-10 & RERICHR L TIEE Y
A-8(8.69 g, 15.18 mmol) %= 97% CTH537-., Colorless powder, mp: 103—104°C, IR (KBr disc): v
=3430, 1591, 1496, 1236—1210 cm ™!, 'TH NMR (500 MHz, CDCl3): § = 2.28—2.38 (2H, m), 2.97-3.00
(2H, m), 5.02 (1H, s), 6.83 (2H, d, J = 9.2 Hz), 7.35 (2H, d, J = 9.2 Hz) ppm, HRMS (ESI): m/z calcd
for C16HgOF17S [M — H]™ 571.0024; found 571.0024.

{LEW A-6 : 4-2-(~IL T VA B AT V)T T VAN T 7 =)V T = ) — IV DERK

F(CF2)6C2 H4S—©—O H

(UL T N Faa~F i F T —2 K (10.04g,21.17mmol), 4-t R NPT
4 —/v (2.64 g, 20.92 mmol), RERH U 7 L (4.00 g, 28.94 mmol) & 7 & 1 100 mL % 300
mL DF AT Z AT AT 60°C T3 HREIRNE L7, LAY A-10 & [RERICH R L TLEw
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A-6(8.50 g, 18.00 mmol) Z UL 86% T1H7=, Colorless powder, mp: 69—70°C, IR (KBr disc): v =
3431, 1591, 1496, 1236—1141 cm ™!, '"H NMR (500 MHz, CDCl;): § = 2.28-2.38 (2H, m), 2.97-3.00
(2H, m), 5.00 (1H, s), 6.82 (2H, d, J = 8.5 Hz), 7.34 (2H, d, J = 8.5 Hz) ppm, HRMS (ESI): m/= calcd
for C14HgOF 35S [M — H]™ 471.0088; found 471.0096.

{LEW A4 4-2-(-V T A B T FIN)TTF VAT 7 =)V 7 = ) — IV DERK

F(CF2lC2HaS<_)-OH

2-(v T A a7 F)TF I — R (12.04g,32.19mmol), 4-t ReF X8 FA4
—/L (3.43 g,27.18 mmol), fKFEH YV 7 A (4.89 g,35.38 mmol) & 7 & K> 100 mL % 300 mL
DT AT T A2 ANT 60°C T3 HIAE L7, {LEaW A-10 & FFRICHR L TLEY A-
4 (9.11 g, 24.47 mmol) Z UL 90% CT157z, Colorless powder, mp: 47—48°C, IR (KBr disc): v =
3431, 1591, 1496, 1236—1210 cm™!, '"H NMR (500 MHz, CDCl;): § = 2.28-2.38 (2H, m), 2.97-3.00
(2H, m), 5.02 (1H, s), 6.83 (2H, d, J= 9.2 Hz), 7.35 (2H, d, J = 9.2 Hz) ppm, HRMS (ESI): m/z calcd
for C12H10OFsS [M — H] 371.0152; found 371.0132.

bEW 1-m-n DERK
(LA 1-12-10 DAL

F(CFahoCoHiS<_)-O(CH)120-_)-SCoHa(CF2oF

LAY A-10 (1.07 g, 1.59 mmol), 1,12- 7 0E RF A (027 g,0.823 mmol), REEH U 7
2 (0.69 g,4.99 mmol) & 3-~~2% /2 80mL Z 200mL OF A7 T X 2|2 AT 120°C T 3
HREEEDE Lo, RICNEIRICR D ETHEL CE—D—ICB LT, 22 ~KEMAD LIk
WM U7z, = OB 2 W s [ T L721%, 7 v u AL A TGS L TEAEY 1-
12-10(0.60 g, 0.397 mmol) % IXZE 48% T15:7=, Colorless crystals, mp: 132—133°C, IR (KBr disc):
v =12954,2856, 1595, 1496, 1234—1180 cm™', '"H NMR (500 MHz, CDCl3): § = 1.28—1.40 (12H, m),
1.46 (4H, quin, J = 7.9 Hz), 1.78 (4H, quin, J = 6.6 Hz), 2.23-2.43 (4H, m), 2.97-3.00 (4H, m), 3.93
(4H, t, J = 6.6 Hz), 6.86 (4H, d, J = 8.5 Hz), 7.36 (4H, d, J = 8.5 Hz) ppm, HRMS (ESI): m/z calcd for
Ca9H4104F42S; [M + HCOO]™ 1555.1776; found 1555.1790.

(LB 1-12-8 DERR

F(CR2)sCoHiS—_)-O(CHR)104_)-SCH4(CFa)sF
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{E&¥) A-8 (1.34 g,2.35 mmol), 1,12-¥ 7 2E KT H > (0.38¢g, 1.14 mmol), [REEH U 7 L
(0.47 g,3.43 mmol) & 3-~2% /> 80mL % 200mL DF A7 T AT AN T 120°C T3 H
MEIE L=, LB 1-12-10 & [FRRICHR L LAY 1-12-8 (0.97 g,0.740 mmol) % UK 65%
T1572, Colorless crystals, mp: 116—117°C, IR (KBr disc): v = 2940, 2851, 1595, 1496, 1244-1180
cm™', '"H NMR (500 MHz, CDCls): 8 = 1.28—1.40 (12H, m), 1.46 (4H, quin, J = 7.9 Hz), 1.78 (4H,
quin, J = 6.6 Hz), 2.23-2.43 (4H, m), 2.97-3.00 (4H, m), 3.93 (4H, t, J= 6.6 Hz), 6.86 (4H, d,J=8.5
Hz), 7.36 (4H, d, J = 8.5 Hz) ppm, HRMS (ESI): m/z caled for C4sHa102F34S, [M + HCOO]
1355.1903; found 1355.1918.

A 1-10-8 DERE

F(CF2)sCoHiS<_)-O(CHahoO-(_)-SCzHa(CF)eF

&4 A-8 (137 g, 2.40 mmol), 1,10-P7 BEFH > (035 g, 1.17 mmol), HEEH U 7 L
(0.48 g, 3.51 mmol) & 3-~2% /> 80mL % 200 mL DOF A7 T A2 AT 120°C T3 H
M L7z, BB 1-12-10 & [RERIZHESR L T{EA Y 1-10-8 (1.19 g,0.928 mmol) % I 79%
T1572, Colorless crystals, mp: 115-116°C, IR (KBr disc): v =2938, 2851, 1595, 1497, 1246—1180
cm™', "HNMR (500 MHz, CDCls): § = 1.33—1.37 (8H, m), 1.45 (4H, quin, J= 7.3 Hz), 1.78 (4H, quin,
J=6.7 Hz), 2.27-2.38 (4H, m), 2.97-3.00 (4H, m), 3.94 (4H, t, J = 6.4 Hz), 6.86 (4H, d, J = 8.5 Hz),
7.36 (4H, d, J = 8.5 Hz) ppm, HRMS (ESI): m/z calcd for C43H3704F34S; [M + HCOO]™ 1327.1590;
found 1327.1605.

LEW 1-8-8 DAL

F(CF2)sC2 H4S‘©‘O(CH2)80‘©'SCZH4(CF2)8F

{EEY A-8 (1.40 g, 2.45 mmol), 1,8- 7 BEA 7 ¥ (033 g, 1.20 mmol), REEH U 7 A
(0.50 g, 3.59 mmol) & 3-~% /2 80mL Z 200mL OF A7 Z XA 3|l AT 120°C T3 H
MR L7z, AEE# 1-12-10 & RIERICHESR L T{EA Y 1-8-8 (1.36 g, 1.08 mmol) AU 91%
T1572, Colorless crystals, mp: 117—118°C, IR (KBr disc): v=2931, 2851, 1595, 1496, 1240—1147
cm !, 'THNMR (500 MHz, CDCl5): § = 1.30—1.40 (4H, m), 1.45 (4H, quin, J= 6.0 Hz), 1.76 (4H, quin,
J=17.6 Hz), 2.25-2.35 (4H, m), 2.93-2.97 (4H, m), 3.91 (4H, t, J= 6.4 Hz), 6.86 (4H, d, /= 8.5 Hz),
7.36 (4H, d, J = 8.5 Hz) ppm, HRMS (ESI): m/z calcd for C41H3304F34S, [M + HCOO]™ 1299.1277;
found 1299.1295.

& 1-6-8 DEFY
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F(CF2)aC2HiS<_)-O(CHolcO~_)-SCoHa(CF2)sF

L&Y A-8 (0.96 g, 1.67 mmol), 1,6-°7 2E~FH > (0.20 g, 0.815 mmol). fREEH U 7 L
(0.34 g, 2.45 mmol) & 3-X2% /2 80mL & 200mL OF A7 T X 2|2 AT 120°C T3 H
R L7z, AbE# 1-12-10 & RERICRE R L CTEA 9 1-6-8 (0.90 g, 0.734 mmol) % L% 90%
T1%7z, Colorless crystals, mp: 118—119°C, IR (KBr disc): v = 2940, 2860, 1595, 1497, 1246—1148
cm !, 'TH NMR (500 MHz, CDCl3): § = 1.53—1.58 (4H, m), 1.82 (4H, quin, J = 6.4 Hz), 2.28-2.38
(4H, m), 2.97-3.00 (4H, m), 3.97 (4H, t, J = 6.4 Hz), 6.86 (4H, d, /= 8.5 Hz), 7.36 (4H, d, /= 8.5
Hz) ppm, HRMS (ESI): m/z caled for C39H2904F34S, [M + HCOO]™ 1271.0964; found 1271.0970.

{bEM 1-4-8 DERY

F(CF2)aC2HiS<_)-O(CH1OL)-SCaHa(CF2)eF

L&Y A-8 (0.98 g, 1.71 mmol), 1,4- 7 2E7 % (0.18 g, 0.834 mmol)., [RIEH Y 7 L
(035 g,2.50 mmol) & 3-~22% /> 80mL % 200mL O F A7 T A= {Z AT 120°C T3 H
R L7z, AbE# 1-12-10 & RERICRE R L TbA 9 1-4-8 (0.86 g, 0.717 mmol) % ILH 86%
T1%72, Colorless crystals, mp: 127-128°C, IR (KBr disc): v = 2949, 2874, 1595, 1497, 1240-1180
cm™', '"H NMR (500 MHz, CDCls): & = 1.96 (4H, quin, J = 2.7 Hz), 2.25-2.34 (4H, m), 2.94-2.98
(4H, m), 4.00 (4H, t,J= 5.1 Hz), 6.86 (4H, d, J= 8.5 Hz), 7.36 (4H, d, J = 8.5 Hz) ppm, HRMS (ESI):
m/z caled for C37Has04F34S; [M + HCOO]™ 1243.0651; found 1243.0667.

A 1-12-6 DAL

F(CR2)sCoHiS—_)-O(CH)120<_)-SCoHy(CPo)eF

LAY A-6 (7.99 g, 16.92 mmol), 1,12-F 7 BE RF 4> (271 g, 8.26 mmol), eV 7
2 (2.46 g, 17.80 mmol) & 3-~<2% /> 80mL % 200 mL OF A7 F Z 2T AN T 120°C T
3 HREE L7z, BOGSDSEIRIZ /e 2 F TR E L CTORIRFICE LTz, 22 ~2—7 1 K
EIMZCTHBERE & AKBIZoBEL 7o, B ICIKREE~ 7 %> U A E A RIS W72,
HHEIE A O I 0 I8 L TR A = AR L— & — CIsfE+ 2 L EENE O, FOEIK
HIH ) —)VTHEEH LTIt YU BTFND T a~v T T 7 40— (Zaakibs) ik
L CT{LA Y 1-12-6 (6.88 g, 6.19 mmol) Z L 75% CT45372, Colorless powder, mp: 93—94°C,
IR (KBr disc): v = 2940, 2851, 1595, 1496, 1244—1180 cm™', 'H NMR (500 MHz, CDCl3): § =
1.28-1.40 (12H, m), 1.46 (4H, quin, J = 7.9 Hz), 1.78 (4H, quin, J = 6.6 Hz), 2.23-2.43 (4H, m),
2.97-3.00 (4H, m), 3.93 (4H, t, J = 6.6 Hz), 6.86 (4H, d, J = 8.5 Hz), 7.36 (4H, d, J = 8.5 Hz) ppm,
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HRMS (ESI): m/z caled for C41H4104F26S2 [M + HCOO]™ 1155.2031; found 1155.2046.

A 1-10-6 DERE

F(CF2)6C2 H4SOO(CH2)1 00@—802H4(C F2)eF

L& A-6 (5.03 g, 10.65 mmol), 1,10-7 BEFH > (1.61 g, 5.37 mmol), HEEH U 7 L
(2.30 g, 16.64 mmol) & 3-~2% /> 80 mL % 200 mL M) A7 7 A= |Z AN T 120°C T 3
H R L7z, BB 1-12-6 & RIERICHER L CTEAW 1-10-6 (5.13 g, 4.74 mmol) % LK 88%
THF7z, Colorless powder, mp: 95-96°C, IR (KBr disc): v = 2940, 2851, 1595, 1496, 1246—1180
ecm™!, "TH NMR (500 MHz, CDCls): 8 = 1.33—1.37 (8H, m), 1.45 (4H, quin, J= 7.3 Hz), 1.78 (4H, quin,
J=6.7 Hz), 2.27-2.38 (4H, m), 2.97-3.00 (4H, m), 3.94 (4H, t, J = 6.4 Hz), 6.86 (4H, d, J = 8.5 Hz),
7.36 (4H, d, J = 8.5 Hz) ppm, HRMS (ESI): m/z calcd for C3oH3704F26S; [M + HCOO]™ 1127.1718;
found 1127.1736.

LAY 1-8-6 DERL

F(CR2)sCoHsS—_)-O(CHpIs0-_)-SCoHu(CF)eF

LAY A-6 (1.07 g, 2.26 mmol), 1,8-F 7 1E4+7 % (0.30 g, 1.10 mmol). [REEH U 7 L
(0.46 g, 3.31 mmol)& 3-~2>% /> 80 mL % 200 mL DF A7 T A2 AN T 120°C T3 H
S Lo, L& 1-12-6 & FIRRICHE L TILAW) 1-8-6 (0.52 g, 0.493 mmol) AU 45%
T1572, Colorless crystals, mp: 94—95°C, IR (KBr disc): v = 2938, 2853, 1595, 1497, 12441180
cm™!, "TH NMR (500 MHz, CDCls): 8 = 1.30—1.40 (4H, m), 1.45 (4H, quin, J = 6.0 Hz), 1.76 (4H, quin,
J=17.6 Hz), 2.25-2.35 (4H, m), 2.93-2.97 (4H, m), 3.91 (4H, t, J = 6.4 Hz), 6.86 (4H, d, J = 8.5 Hz),
7.36 (4H, d, J = 8.5 Hz) ppm, HRMS (ESI): m/z calcd for C37H3304F2S; [M + HCOO]™ 1099.1404;
found 1099.1405.

LA 1-6-6 DAL

F(CF2)C2HaS—_)-O(CHR)e0-_)-SCoHa(CF2)eF

LAY A-6 (5.06 g, 10.71 mmol), 1,6-27 mE~FH2 (133 g, 545 mmol), [REEH Y 7 L
(2.28 g, 16.50 mmol) & 3-<% /80 mL % 200 mL OF A7 T A =|{Z AT 120°C T 3
HRELEDE L7, LA 1-12-6 & [AERIZHR L CTEA Y 1-6-6 (3.94 g, 3.84 mmol) %I 70%
T1572, Colorless crystals, mp: 83—84°C, IR (KBr disc): v = 2939, 2870, 1595, 1496, 1246—1178
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em™!, '"H NMR (500 MHz, CDCls): § = 1.53—1.58 (4H, m), 1.82 (4H, quin, J = 6.4 Hz), 2.28-2.38
(4H, m), 2.97-3.00 (4H, m), 3.97 (4H, t, J = 6.4 Hz), 6.86 (4H, d, J = 8.5 Hz), 7.36 (4H, d, J= 8.5
Hz) ppm, HRMS (ESI): m/z caled for C3sHaoO4F6S, [M + HCOO]™ 1071.1092; found 1071.1095.

(LA 1-4-6 DERL

F(CF2)sCoHiS<_)-O(CHMOL_)-SCoHu(CF)oF

fb&% A-6(1.16g,2.46 mmol), 1,4- 7 1E7 %> (0.26g,1.20 mmol), REEH U 7 2 (0.50
g, 3.60 mmol) & 3-~2 % /80 mL % 200 mL D F A7 T Z =2 AALT 120°C ¢ 3 H &
L7z, AEAY 1-12-6 & [AERICK T L CTIEAW) 1-4-6 (0.69 g, 0.691 mmol) A ILF 58% CF5
72, Colorless crystals, mp: 107—108°C, IR (KBr disc): v =2949, 2874, 1595, 1497, 1252-1180 cm ™',
"H NMR (500 MHz, CDCl3): & = 1.96 (4H, quin, J = 2.7 Hz), 2.25-2.34 (4H, m), 2.94—2.98 (4H, m),
4.00 (4H, t, J = 5.1 Hz), 6.86 (4H, d, J = 8.5 Hz), 7.36 (4H, d, J = 8.5 Hz) ppm, HRMS (ESI): m/z
caled for C33Ha504F26S, [M + HCOO]™ 1043.0779; found 1043.0795.

L&MW 1-12-4 ODERK

F(CF2)4C2H4S-©-O(CH2)120@-SC2H4(CF2)4F

L& A-4 (487 g, 13.08 mmol), 1,12- 7 0FE RF 4 (2.14 g, 6.52 mmol), KEEH U
2 (2.10g, 1519 mmol) & 3-~2% /> 80mL % 200 mL OF A7 T A 2T AT 120°C T
3 HRELEW L7z, LAY 1-12-6 L RIERICHE L T{EAY 1-12-4 (4.63 g, 5.08 mmol) Z IR
78% C4#%7z, Colorless powder, mp: 73—74°C, IR (KBr disc): v=2965, 2805, 1597, 1503, 12981207
cm™', '"H NMR (500 MHz, CDCls): & = 1.25-1.48 (12H, m), 1.46 (4H, quin, J = 7.6 Hz), 1.78 (4H,
quin, J = 6.4 Hz), 2.27-2.38 (4H, m), 2.97-3.00 (4H, m), 3.95 (4H, t, J= 6.4 Hz), 6.87 (4H, d, J= 8.5
Hz), 7.36 (4H, d, J=9.2 Hz) ppm, HRMS (ESI): m/z calcd for C37H4104F 1S, [M + HCOO]™ 955.2159;
found 955.2177.

(LA 1-10-4 DERR

F(CF2CoHiS<_)-O(CHa}100-(_)-SCaHa(CFa)F

LAY A4 (130 g, 3.48 mmol), 1,10- 7 1EFH > (0.51 g, 1.70 mmol), [REEH U 7 L
(0.70 g, 5.10 mmol) & 3-~2 % /> 80mL % 200 mL DF A7 T A =T AT 120°C T3 H
e L7z, {ba 1-12-6 & RBRICKHR L TLEW 1-10-4 (1.22 g, 1.38 mmol) % IR 81%
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TH37z, Colorless powder, mp: 71-72°C, IR (KBr disc): v = 2936, 2855, 1597, 1497, 1248—1213
cm™ !, 'THNMR (500 MHz, CDCl5): 6 = 1.33—1.37 (8H, m), 1.45 (4H, quin, J=7.3 Hz), 1.78 (4H, quin,
J=06.7Hz), 2.27-2.38 (4H, m), 2.97-3.00 (4H, m), 3.94 (4H, t, J= 6.4 Hz), 6.86 (4H, d, /= 8.5 Hz),
7.36 (4H, d, J = 8.5 Hz) ppm, HRMS (ESI): m/z calcd for C3sH3704F 5S> [M + HCOO]™ 927.1846;
found 927.1842.

AW 1-8-4 DERL

F(CR2)CoHiS—_)-O(CHR)E0-_)-SCoHe(CFa)F

{E&¥ A-4 (120 g, 3.22 mmol), 18- 7 BEAZ X2 (043 g, 1.57 mmol), [REEH U 7 L
(0.65 g,4.71 mmol) & 3-X2% /7 80mL Z 200 mL OF A7 Z 2 a|Z AT 120°C T3 H
MEIE L7z, AbAW 1-12-6 & [ARRICHRL L CTEAY 1-8-4 (1.20 g, 1.26 mmol) % UL% 80% C
#+7-. Colorless powder, mp: 67-68°C, IR (KBr disc): v=2936, 2857, 1595, 1496, 1248—1213 cm™",
"H NMR (500 MHz, CDCls): § = 1.30—1.40 (4H, m), 1.45 (4H, quin, J = 6.0 Hz), 1.76 (4H, quin, J =
7.6 Hz), 2.25-2.35 (4H, m), 2.93-2.97 (4H, m), 3.91 (4H, t, /= 6.4 Hz), 6.86 (4H, d, /= 8.5 Hz), 7.36
(4H, d, J = 8.5 Hz) ppm, HRMS (ESI): m/z calcd for C33H3304F3S2 [M + HCOO]™ 899.1533; found
899.1543.

LAY 1-6-4 DAL

F(CF2)402H4SOO(CH2)60@-SCzH4(CF2)4F

LAY A-4 (4.51 g, 12.12 mmol), 1,6- 7 mE~FH2 (147 g, 6.03 mmol), [REEH Y 7 L
(1.90 g, 13.75 mmol) & 3-~2% /> 80 mL % 200 mL M) A7 T A= |2 AT 120°C T 3
HEBREE L=, LAY 1-12-6 & RAFRICHRL L TILAY 1-6-4 (3.41 g 4.13 mmol) % UK 68%
THF7z, Colorless needles, mp: 64—65°C, IR (KBr disc): v = 2938, 2866, 1593, 1497, 1283—1179
ecm™!, 'TH NMR (500 MHz, CDCls): & = 1.53—1.56 (4H, m), 1.82 (4H, quin, J = 6.4 Hz), 2.28-2.38
(4H, m), 2.97-3.00 (4H, m), 3.97 (4H, t, J = 6.4 Hz), 6.86 (4H, d, J= 8.5 Hz), 7.36 (4H, d, J = 8.5
Hz) ppm, HRMS (ESI): m/z caled for C31Ha904F15S; [M + HCOO]™ 871.1220; found 871.1243.

LAY 2-m-n DEFK
(LB 2-12-6 DAL

(0] O
F(CR2)sCoHSH_)-O(CHa120-_)-SCoHy(CFo)6F
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t&% 1-12-6 (3.00 g, 2.70 mmol), 35% (kKK (0.55 g, 5.66 mmol), HEME 80 mL 4
200 mL OF A7 Z A 2T AFT 70°C CT—Bisk L7z, RIS ERIZ/Z 5 E THrE LT
E— =l LTz, & 2 ~HiEEKSE T N U U LKERZ A 5 &g HTH Le, 2ot
[ 2 W 5 |8 Gy ER L 7=, K CUEE L CTIEA 2-12-6 (2.55 g,2.23 mmol) % XK 83%C
1572, Colorless powder, mp: 122—123°C (decomposition), IR (KBr disc): v=2938, 2853, 1595, 1499,
1248-1192 cm™, '"H NMR (500 MHz, CDCls): & = 1.26—1.35 (12H, m), 1.47 (4H, quin, J = 6.7 Hz),
1.81 (4H, quin, J = 6.7 Hz), 2.18-2.32 (2H, m), 2.52-2.65 (2H, m), 2.84-2.90 (2H, m), 3.07-3.13
(2H, m), 4.00 (4H, t, J= 6.7 Hz), 7.04 (4H, d, J= 8.5 Hz), 7.53 (4H, d, J = 8.5 Hz) ppm, HRMS (ESI)
m/z caled for C4oHa104F26S; [M + H]* 1143.2031; found 1143.2031.

LAWY 2-6-6 DAL

(@] O
F(CRo)sCoHSH_)-O(CH)0L)-SCoHu(CRo)eF

b5 1-6-6 (1.00 g, 0.974 mmol), 35% wFE{L/KFEK (0.19 g, 1.95 mmol), HEfE 80 mL %
200 mL OF A7 T 22 Z AT 70°C TBafifh Lc, ROSHIDSRIRIC/AR % £ TiE L T
E— B —IZB Liz, & 2~k FET N U U LKAz D &R L7c, £ DIt
B 2 W 5 |t C oy IR L 72t K TUE L CTEA ) 2-6-6 (0.82 g,0.775 mmol) A U3 80% T
1572, Colorless powder, mp: 132—133°C (decomposition), IR (KBr disc): v=2936, 2866, 1595, 1499,
1248-1192 cm™!, 'H NMR (500 MHz, CDCl3): § = 1.70 (2H, quin, J = 6.7 Hz), 1.90 (4H, quin, J =
6.7 Hz), 2.18—2.32 (2H, m), 2.52-2.65 (2H, m), 2.84-2.90 (2H, m), 3.07-3.13 (2H, m), 4.00 (4H, t, J
= 6.7 Hz), 7.04 (4H, d, J = 8.5 Hz), 7.53 (4H, d, J = 8.5 Hz) ppm, HRMS (ESI): m/z caled for
C34H2004F26S, [M + H]* 1059.1092; found 1059.1073.

L&Y 3-m-n DEK
AW 3-12-6 DARL

O O
F(CR2)sCoHeS - )-O(CH)120-_)-8CoHu(CRa)eF
O o

{EEW 1-12-6 (3.00 g, 2.90 mmol), 35% EEE{L/KFEAK (1.72 g, 17.70 mmol), HEEE 80 mL %
200 mL OF R 7 7 22T AT 120°C C 3 HEEGE L7z, RIS EIRIT/ZR D E THE L
TE— =B LT, & ~HiliifakFE T MY U LKEREMZ D L BB Lz, 0
TEEY) 2 W B0 Ty B L 721% . K T L CTEA W 3-12-6 (2.50 g, 2.29 mmol) % IR 79%
TH37z, Colorless powder, mp: 165—-166°C, IR (KBr disc): v =2937, 2854, 1598, 1496, 1254—1194
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em™!, 'TH NMR (500 MHz, CDCls): § = 1.28-1.40 (12H, m), 1.47 (4H, quin, J = 7.6 Hz), 1.82 (4H,
quin, J = 6.4 Hz), 2.48-2.67 (4H, m), 3.28-3.31 (4H, m), 4.00 (4H, t, J = 6.4 Hz), 7.04 (4H, d, J=8.5
Hz), 7.85 (4H, d, J = 9.2 Hz) ppm, HRMS (ESI): m/z calcd for Cy4iHsiOsF2S, [M + HCOO]
1219.1828; found 1219.1835.

LAWY 3-6-6 DAL

0] O
F(CF2)C2HS< )-O(CHo)E0- )-SCoHe(CPo)eF
0] (o]

LA 1-6-6 (229 g, 2.23 mmol). 35% EE(LAFEAK (1.25 g, 12.86 mmol), MHEME 80 mL %
200mL DF A7 T A AN T 120°C T 3 HFEEH L7z, (LEW 3-12-6 & [ARICHE L T
{EA ) 3-6-6 (2.13 g 1.95 mmol) Z U3 87% C4F7-, Colorless powder, mp: 157—158°C, IR (KBr
disc): v=2941, 2870, 1598, 1496, 1246—1178 cm™', '"H NMR (500 MHz, CDCl3): § = 1.56—1.58 (4H,
m), 1.88 (4H, quin, J = 6.4 Hz), 2.53-2.63 (4H, m), 3.28-3.31 (4H, m), 4.07 (4H, t, J = 6.4 Hz), 7.04
(4H, d, J = 8.5 Hz), 7.85 (4H, d, J = 9.2 Hz) ppm, HRMS (ESI): m/= caled for CssHaoOsF26Ss [M +
HCOO] 1135.0889; found 1135.0901.

L& 3-12-4 DA

0] O
F(CFlCoHiS<)-O(CHa120-{_)-SCoHu(CFoF
(0] O

{bE 1-12-4 (1.83 g,2.21 mmol), 35% EEE{L/KFEAK (1.21 g, 12.45 mmol), HEEE 80 mL %
200mL D F A7 T AT AT 120°C T 3 AELEN L7z, LG 3-12-6 L RIERICHE L T
{bA ¥ 3-12-4 (1.85g,1.90 mmol) % IXHE 86% T+537=, Colorless powder, mp: 143—144°C, IR (KBr
disc): v=2985,2825, 1598, 1506, 1286—1208 cm™', "H NMR (500 MHz, CDCl3): 8 =1.25-1.50 (12H,
m), 1.46 (4H, quin, J = 7.6 Hz), 1.82 (4H, quin, J = 6.4 Hz), 2.52-2.62 (4H, m), 3.28-3.31 (4H, m),
4.04 (4H, t, J = 6.4 Hz), 7.04 (4H, d, J = 8.5 Hz), 7.84 (4H, d, J = 9.2 Hz) ppm, HRMS (ESI): m/z
caled for C37H4105F 158 [M + HCOO]™ 1019.1955; found 1019.1972.

(LAY 3-6-4 DAL

O (@]
F(CRaCoHS~(_)-O(CHIE0-_)-SCoHe(CPo)F
O (e
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LAY 1-6-4 (1.78 g, 2.15 mmol), 35% iER{k/KFE/K (1.08 g, 11.11 mmol), EFE% 80 mL %
200mL OF A7 F AT AFT 120°C T3 HRERE L7z, (bEW 3-12-6 &[RRI L T
b5 3-6-4 (1.61 g, 1.81 mmol) # UL 84% CTHF7-, Colorless powder, mp: 149—150°C, IR (KBr
disc): v=2943, 2868, 1599, 1501, 1297—1217 cm™", "H NMR (500 MHz, CDCl3): § = 1.57—1.59 (4H,
m), 1.88 (4H, quin, J = 6.1 Hz), 2.52-2.63 (4H, m), 3.28-3.31 (4H, m), 4.07 (4H, t, J = 6.4 Hz), 7.05
(4H, d, J = 8.5 Hz), 7.85 (4H, d, J = 9.2 Hz) ppm, HRMS (ESI): m/z calcd for C3oH3,NOgF5S; [M +
NH,]* 908.1384; found 908.1370.

bEY) B-m-n DEK
L&Y B-12-6 D&Y

F(CFz)602H4S-<j>0((3|'|2)12|3r

LAY A-6 (3.00 g, 6.35 mmol), 1,12-P 7 0E RF A (4.17 g, 12.70 mmol), REEH U 7
2 (1.05g,7.62mmol) &7 & k> 80mL % 200mL DF A7 T A =X AT 60°C T 8 I,
HPLC CHUGDOHEITEE G W2 il L 72 23 D L7, SOSIDEIRIT /2 5 E THiE L Toiik
HZRE LTz, & 2l T L, K, fafnfEk 2z CHEEE & KBIZOBEL 7o, At
JE KRR~ 7 %> T AR TS S %, AlEZ2 0720 Il L CIEikZ =
AL —Z =TT 5 L BRI, ZOEERE YA AR/ v~ 777 40— (71
n AL L) (X DR L TEAY B-12-6 (3.16 g, 5.02 mmol) %X 79% Cf%7=, Colorless
waxy solid, mp: 49—50°C, IR (KBr disc): v=2918, 2851, 1595, 1497, 1250—1144 cm™", "H NMR (500
MHz, CDCl3): & = 1.28—1.48 (12H, m), 1.78 (2H, quin, J = 6.4 Hz), 1.85 (2H, quin, J = 6.4 Hz),
2.28-2.38 (2H, m), 2.97-3.00 (2H, m), 3.41 (2H, t, J= 6.7 Hz), 3.94 (2H, t, J = 6.7 Hz), 6.86 (2H, d,
J=8.5Hz), 7.36 (2H, d, J = 8.5 Hz) ppm, HRMS (ESI): m/z caled for C27H3305F13SBr [M + HCOO]™
763.1126; found 763.1133.

L&Y B-6-6 DAL

F(CF2)GCZH4SOO(CH2)BBr

LAY A-6 (3.00 g, 6.35 mmol), 1,6-2°7 HE~FIF2 (4.65g, 19.1 mmol). JREEH U 7 1
(1.11 g, 8.03 mmol) & 7 k> 80 mL % 200 mL ®F 2 7 5 2 =2 AFLT 60°C T 8 5.
HPLC THUSDEITEA W Z MR LR BRI LT-, (L&YW B-12-6 L RERITHE L TLE
¥ B-6-6 (2.72 g, 4.28 mmol) % UIXZE 68% CT157-, Colorless oil or waxy solid, mp: 30-31°C, IR
(KRS-5): v =2936, 2862, 1595, 1495, 1246—1144 cm™', 'H NMR (500 MHz, CDCl;): § = 1.49—1.58
(4H, m), 1.80 (2H, quin, J = 6.4 Hz), 1.90 (2H, quin, J = 6.4 Hz), 2.28-2.38 (2H, m), 2.97-3.00 (2H,
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m), 3.42 (2H, t,J=6.7 Hz), 3.95 (2H, t, J= 6.7 Hz), 6.86 (2H, d, /= 8.5 Hz), 7.36 (2H, d, /= 8.5 Hz)
ppm, HRMS (ESI): m/z calcd for C2oH19OF13S8”Br [M — H]™ 633.0132; found 633.0131.

bEaY) C-m-n DEEL
AW C-12-6 DEFL

(0]
F(CF2)sC2H S )-O(CHahzBr
(0]

LAY A-6 (3.80 g, 7.94 mmol), 1,12-P 7 1E RF A (7.80 g, 23.80 mmol), REEH U 7
2 (1.40 g, 10.10 mmol) & 7 & F 280 mL % 200 mL D) A7 7 A 2{Z AT 60°C C 8 Ikf
ffl. HPLC CTHULDEITES W2 MRl L7220 B L7z, SONIDEIRIC/R 5 F TriffE L T
SRR LTz, & SAFERR = F L, K, SR EHEK 2 N2 CHERIE &KL 7z,
AR KRR~ 7 1 3 U DA A TR S B 721% . ARE 2 O7297 0 gt L CIEik &
TR —F — Tl 5 EBRBE LN, TOEER, 35% WMt Ak#£EK (2.30 g, 23.80
mmol), HEEE 80 mL % 200 mL O A7 7 A 22 AL T 100°C T B L7z, RIGHD=E
RICRDECHEL CE—D—IIB LI, £~ MlmBEKET N U LKERZMA D &
IR LTz, € ORI 2 W idi Tl L721%, A= —7 L Ties L TEaw C-
12-6 (3.00 g, 454 mmol) % XZE 57% (2 steps) TH57z, Colorless powder, mp: 85—86°C, IR (KBr
disc): v=2938, 2852, 1599, 1496, 12561182 cm™', 'H NMR (500 MHz, CDCl;): § = 1.52—1.58 (12H,
m), 1.85 (2H, quin, J = 6.4 Hz), 1.91 (2H, quin, J = 6.4 Hz), 2.53-2.63 (2H, m), 3.28-3.31 (2H, m),
3.43 (2H, t,J= 6.7 Hz), 4.06 (2H, t, J = 6.4 Hz), 7.05 (2H, d, J = 8.5 Hz), 7.85 (2H, d, J = 8.5 Hz)
ppm, HRMS (ESI): m/z calcd for C,7H3305F13SBr [M + HCOO]™ 795.1024; found 795.1041.

L&Y C-6-6 DAY

0]
F(CF2)oCzHaS~_)-O(CHpJeBr
0]

L& A-6 (1.50 g, 3.18 mmol), 1,6-27 BE~FH 2 (2.50 g, 10.25 mmol), [REEH U 7 L
(1.00 g, 7.24 mmol)& 7 + > 80 mL % 200 mL ®F &7 T Z =22 AN T 60°C T 8 I,
HPLC THUGDMEITEER W Z R L 722 DRI L7, SOSYDERIT/2 5 £ THE L THIK
EHICRE LTz, & ZAEfli T L, K, fafn K2z CTHRE & RKBIZOBEL 7=, Ak
JE KRR~ 7 R v A AN Z CHAE S E -, AHEZ O 0 JEiE LTIk 2 =
WL — & — TR 5 LN S Sz, ZOIEIE, 35% gtk AK (1.00g, 10.29 mmol),
FEfE 80 mL % 200 mL D) A7 Z A 2|2 AT 100°C T—HuE#E L=, L& C-12-6 LA
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FRICHERL L CTIE &8 C-6-6 (1.13 g, 1.69 mmol) ZINHE 53% (2 steps) CTHF7=. Colorless powder,
mp: 78—79°C, IR (KBr disc): v = 2939, 2868, 1598, 1496, 1246—1178 cm™!, 'H NMR (500 MHz,
CDCly): 8 = 1.52—1.58 (4H, m), 1.85 (2H, quin, J = 6.4 Hz), 1.91 (2H, quin, J = 6.4 Hz), 2.53—2.63
(2H, m), 3.28-3.31 (2H, m), 3.43 (2H, t, J = 6.7 Hz), 4.06 (2H, t, J = 6.4 Hz), 7.05 (2H, d, J = 8.5 Hz),
7.85 (2H, d, J = 8.5 Hz) ppm, HRMS (ESI): m/z caled for CaHz1OsF13SBr [M + HCOO]™ 711.0085;
found 711.0077.

bEY) 4-m-n DEK
L&Y 4-12-6 DERK

O
F(CR2)sCoH§~(_)-O(CHz}20-(_)-SCoHa(CRaeF
(e}

&% C-12-6 (0.31 g,0.475 mmol), L&Y A-6(0.22 g,0.475 mmol), fkFEH U 7 A (0.30g,
2.17 mmol) & 3-~2% /> 80 mL % 200 mL D F A 7 T Z 3|2 AT 120°C T—BEiii L
oo BRI EIRIZ 72 5 F THiE L COIRIRSHIB Lic, £ 2~ BT L, K, fafifif
KA A TG L KB aHE LT, AE IR~ 7 2> v hx Iz Clplg s 87
%, B A2 O iR L ik s = R L— & — T+ 5 L BIRR STz, £ ol
KT VBTFNIThrn< N TT77 40— (ZaakLh) 2L 0ER L TEEY 4-12-6
(0.47 g, 0.447 mmol) % I3 94% TH37=, Colorless powder, mp: 111-112°C, IR (KBr disc): v =
2936,2851, 1597, 1497, 1234—1190 cm™, 'H NMR (500 MHz, CDCl3): 8 = 1.25—-1.50 (12H, m), 1.46
(4H, quin, J = 7.6 Hz), 1.82 (4H, quin, J = 6.4 Hz), 2.28—2.38 (2H, m), 2.53—2.63 (2H, m), 2.97-3.00
(2H, m), 3.27-3.31 (2H, m), 3.98 (2H, t, J= 6.4 Hz), 4.06 (2H, t, /= 6.1 Hz), 6.86 (2H, d, J=8.5 Hz),
7.04 (2H, d, J = 8.5 Hz), 7.37 (2H, d, J = 8.5 Hz), 7.84 (2H, d, J = 8.5 Hz) ppm, HRMS (ESI): m/z
caled for C41Hy206F26S, [M + HCOO]™ 1187.1929; found 1187.1910.

L&Y 4-6-6 DAL

O
F(CF2)sC2HiS<)-O(CH)E0- )-SCoHe(CF2)6F
(e}

{E&# C-6-6 (0.50 g, 0.749 mmol), {LA#) A-6 (0.35 g, 0.749 mmol), fKEEH U 7 A (0.31g,
2.25 mmol) & 3-~X2% /280 mL % 200 mL OF A7 T A 2T AFLT 120°C T M L
72 ALEW) 4-12-6 L RIERITHERL L TILAY 4-6-6 (0.44 g, 0.419 mmol) %L 56% Tz,
Colorless powder, mp: 110—111°C, IR (KBr disc): v = 2940, 2868, 1597, 1497, 1236—1188 cm ™!, 'H
NMR (500 MHz, CDCl3): § = 1.52—1.58 (4H, m), 1.85 (2H, quin, J = 6.4 Hz), 1.91 (2H, quin, J = 6.4
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Hz), 2.28-2.38 (2H, m), 2.53-2.63 (2H, m), 2.97-3.01 (2H, m), 3.28-3.31 (2H, m), 3.98 (2H, t, J =
6.4 Hz), 4.06 (2H, t, J = 6.1 Hz), 6.86 (2H, d, J= 8.5 Hz), 7.04 2H, d, J = 8.5 Hz), 7.37 (2H, d, J =
8.5 Hz), 7.84 (2H, d, J = 8.5 Hz) ppm, HRMS (ESI): m/z calcd for C3sHa9O6F2S2 [M + HCOO]™
1103.0990; found 1103.1003.

7-1-4 V= I =NYLEWEE T O&RK

D
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F(CFz)nCzH4SO H

Compounds H-n
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o

Compounds I-n

Scheme 7-1-4-2. ¥ = X =8ULEY) S-m-n, 6-m-n, T-m-n, 8-m-n OERAREE ; BOSHEK & 540 5 (v) ALEY) B-m-n,

(vi)

(vi)

FCFCoHiS<_ )~ H-0(CHInO0-()-SCoHu(CRoF

Compounds 5-m-n

0
F(CF2)nCZH4SO(CHz)mO@—§C2H4(CF2)nF
o}

Compounds 6-m-n

9
FCFICoHiE )~ )OO )-SCoHy(CF)F
o

Compounds 7-m-n

0 0
F(CF2)n02H4§O(CHg)mO—®—(ISjCZH4(CF2)nF
o

Compounds 8-m-n
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4- A F¥T T =R a UEOGHK

CH30—©—B(OH)2

EHXRFAXT T 4-7 €7 =Y —) (10.07 g, 53.84 mmol), HIk~7 % 7 L (1.86 g,
76.51 mmol) & THF 50 mL % 200 mL @ [ 7 7 A 22 ANVTIHET 5 £ TMEVL 7274,
80% FRED~ 73 U AT D E THEE L7z, £ L T-78°C IZHAI L7214, K UEE K
U A F )L (6.32 g, 60.82 mmol) / THF ¥ 2 N 2 THR 2 IZZIRIZRE LR35 2 REf R L7,
ZEEFHR TR LT 1IN A M CERIF Lo~ I 2o U LRI S B T21%. UG
BRI HICR Uiz, & Z~Fig T /v K, fafn &K 2 N 2 CHE & KB Iyt L7,
GHIE KRR~ 7% 7 D N2 CHAE S 7t% . A 2 02497 0I5 L CIEik %
TR L= = CRT S L MR S, EORBE AT TV m gL s O
1) IBRERIECHRMm LT 4-4 ¥ 7 2 =1h e VB (6.25g, 41.46 mmol) ZULHR 77%T
%7-, Colorless crystals, mp: 205-206°C, IR (KBr disc): v = 3358, 1601, 1580 cm™, "H NMR (500
MHz, DMSO-de): & = 3.76 (3H, s), 6.88 (2H, d, J = 8.5 Hz), 7.73 (2H, d, J = 8.5 Hz), 7.85 (2H, s)
ppm.

LB D-n DETE
EAYI D6 : 4-[2-(~ L TN F B A~F I IN)TF L AL T 7 =) T BEN B DA

F(CF2)602H4SO-Br

2-(~LT7 v FaaF i) Frad—T R (30.02g,63.33mmol), 4-7 2ENE T A —
U (11.96 g, 63.29 mmol), fREEH U 7 & (1329 g, 96.16 mmol) & 7 k2 100 mL % 300 mL
DF AT T AT AT 60°C T3 AR L7z, FUSHNERIC/ 2 E THE L Tk
SHIB LT, £ 2B TFv, K, SR Z N2 CTHME & KBIZoBEL 7=, e
\ZHEKIRE~ 7 R v U LA N TR STtk AHEZ O7Z4r 0 g L Tl 2 — /3R
L—& =TT 2 L BRI GO, TOEKET S ) — L THILE IS TEEY D-6
(32.41g,60.76 mmol) % UVZE 96% TH37-., Colorless powder, mp: 43—44°C, IR (KBr disc): v= 1580,
1477, 1248—1140 cm™', 'H NMR (500 MHz, CDCl;): § = 2.33—2.43 (2H, m), 3.09-3.12 (2H, m), 7.23
(2H, d, J = 8.5 Hz), 7.46 (2H, d, J = 8.5 Hz) ppm, HRMS (ESI): m/z caled for CsH:BrF 38 [M — H]
532.9244; found 532.9285.

LB D-4 : 4-2-(- LT N FA BT FA)TF L AL T 7 =7 BER B DERL

F(CF2)4C2H4SO—Br

&5



2-(~IVTNF a7 F ) TF I —T R (946 g, 25.30 mmol), 4-7 HERXEBFA—
IV (4.36g,23.06 mmol), fREEH U T A (3.92¢g 2836 mmol) &7 & K 100 mL % 300 mL @
F AT T A AT 60°C C 3 HRERIE Lz, SOSNEIRIC/R D £ Tl Lokt
2B L, & 2~ Bil— T v, K, SRk 22 CHERE & KBS BEL 7=, AtEIc
BKEIRE~ 72> U L MMA CHBES Bk, AWEZ O 0 Il L CIEikEZ =R L
— X2 — TR 2 LIBIRR GO, TOWKEL ) TN T LI 0~ T T T 44— (U
o e AL A) X DR L LAY D-4(9.41g,21.68 mmol) % I3 94% CH37=, Light yellow
oil, IR (KRS-5): v = 1580, 1370, 12601140 cm™', 'H NMR (500 MHz, CDCls): & = 2.33-2.43 (2H,
m), 3.09-3.12 (2H, m), 7.23 (2H, d, J= 8.5 Hz), 7.46 (2H, d, J = 8.5 Hz) ppm, HRMS (ESI): m/z calcd
for C1,H7FoSBr [M — H]™ 472.9308; found 432.9310.

{EEW) E-n DEHK
LA E-6 : 4-[2-(-UV 7 VA B AT L) F )L ALK =T B 'R DA

0
F(CF2)602H4§OBr
)

{EE%) D-6 (10.00 g, 18.69 mmol), 35% fE{k/KFEK (6.30 g, 62.96 mmol), FEFE 100 mL %
300 mL OF A7 T A=A T 120°C T3 ARG L7c, RIS RIRIC /2D £ THE L
TE—A—IZB LTz, £ I ~#ERKET MU U LKEIRZMA D LA Lz, £0
I 2 W 51 858 Ty B L7, K CTYEE L TEAY E-6 (10.22 g, 18.13 mmol) & IX=R 97%
T1%7=, Colorless powder, mp: 127—-128°C, IR (KBr disc): v = 1578, 1390, 1240—1190 cm™!, 'H
NMR (500 MHz, CDCl3): 6 =2.55-2.65 (2H, m), 3.31-3.33 (2H, m), 7.77 (2H, d, J = 8.5 Hz), 7.81
(2H, d, J = 8.5 Hz) ppm, HRMS (ESI): m/z caled for CisH70,BrF3S [M — H]” 564.9131; found
564.9143.

bW E-4 1 4-[2-(-L 7 Fa T FNTF )L 2R =] T a e P DA

0
F(CF2CHS -Br
o

b4 D-4(4.00 g,9.19 mmol), 35% 1EEE{L/KFEIK (3.23 g,33.24 mmol), EEEE 80 mL % 200
mL DF A7 T 23T AT 120°C T 3 AMEN L7z, {bEY E-6 & AFRICHER L TLEY
E-4 (3.91 g, 8.36 mmol) Z UV 91% TH5H7=, Colorless powder, mp: 99—100°C, IR (KBr disc): v =
1578, 1358, 1294—1136 cm™', 'TH NMR (500 MHz, CDCl3): § = 2.55-2.65 (2H, m), 3.31-3.33 (2H,
m), 7.77 (2H, d, J= 8.5 Hz), 7.81 (2H, d, J = 8.5 Hz) ppm, HRMS (ESI): m/z caled for C12H;,0,F9SBr
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[M — H] 464.9206; found 464.9210.

{bEW F-n D&
L&Y F-6 D&

F(CF2)602H4SOCH3

EHRFHAT TIEAY D-6(5.00 g,9.34 mmol), 4-A hF T 7 ==)LAhrv i (1.70g,11.21
mmol), REET FVU 72 (1.98 g, 18.69 mmol), FEfR /X7 27 A (1) (0.01 g, 5mol%), ~ VU 7
==L AT 4 (0.03 g, 12 mol%), 7K 20 mL, 1,4-4 %4 80 mL % 300 mL D) A~
T A AT 100°C T 12 Bl L7c, SOSIEIRIC 2 5 £ CTHfE L CoilkinHI®B
L7z, £Z~7aarivh, K, fafEEKENZ CTHEE & KBIZOBEL -, AigE IR
KEEE~ 7R U WA N CHBE S B otk, AWEZ O 0 Il L CEikE = SR L —
2 —TCIRMET 5 LEERBEoNT, ZOEEKE VDTNV T L Iu~x NI T 7 40— (U8
2RV L) IZ X DR L TEA W F-6 (5.20 g, 9.25 mmol) & I 99% C15:7=, Colorless powder,
mp: 135-136°C, IR (KBr disc): v = 1601, 1580, 1248—1140 cm™', "H NMR (500 MHz, CDCl3): § =
2.33-2.48 (2H, m), 3.12-3.15 (2H, m), 3.85 (3H, 5), 6.98 (2H, d, J=9.2 Hz), 7.41 (2H, d, J=8.5 Hz),
7.52 (2H, d, J=9.2 Hz), 7.52 (2H, d, J = 8.5 Hz) ppm, HRMS (ESI): m/z calcd for C2;H14OF3S [M
— H] 561.0558; found 561.0574.

A

L&Y F-4 DA

F(CF2)4CgH4SOCH3

X FTILAY D-4 (1.19 g, 2.74 mmol), 4-A hF 7 = =/LRa g (0.51 g, 3.36
mmol), fKEET F U T A (0.60 g, 5.66 mmol), EHEfE /YT 2 2 (1) (0.01 g, 16 mol%), kU 7
=LA T 4 (0.03 g, 40 mol%), /K 10 mL, 1,4-Y4 %4 30 mL % 100 mL D) A~
7 A 2T AIT 100°C T—MhiEHE L7z, {bEW F-6 & [FIERICHE L TILAW) F-4(0.90 g, 1.95
mmol) Z U 71% THH7z, Colorless powder, mp: 113—114°C, IR (KBr disc): v = 1609, 1491,
1248-1171 cm™, "H NMR (500 MHz, CDCl3): & = 2.33-2.48 (2H, m), 3.12-3.15 (2H, m), 3.85 (3H,
s), 6.98 (2H, d, J=9.2 Hz), 7.41 (2H, d, J= 8.5 Hz), 7.52 (2H, d, J=9.2 Hz), 7.52 (2H, d, J = 8.5 Hz)
ppm, HRMS (ESI): m/z caled for Ci9H14OF9S [M — H]” 461.0622; found 461.0627.

o
&
¥
=
=

LAY G-n DA
LAY G-6 DAL
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@)

F(CF2)6C2H4§OCH3

ERTFHE T LAY E-6 (4.67 g, 823 mmol), 4-A hFT 7 ==/l R (1.50 g, 9.87
mmol), KT VU 7L (1.75 g, 16.45 mmol), FElE X7 27 L (1) (0.01 g, 5mol%), ~VU 7
T =JLIR AT 4 (0.03 g, 14 mol%). 7K 20 mL, 1,4-F %+ 60 mL % 200 mL DT R~
7 22 AT 100°C T 12 KR L7, BSOS RIRIZ 72 % CHVE L CoilieHo®
Lize £I~rmmk b, K, SFEHKEZN2 CHEgRE &8I o8 L7, ApgE
KR~ 732 7 D NA TR S BT % . AEEZ O 0 I8l L CIERZ = 3R L —
Z—CfaT 5 L EE1 GO, EOEIKRE ML= TR L TEEY G-6 (4.85g,8.15
mmol) ZIH 99% T1H7z, Colorless flaky crystals, mp: 190—191°C, IR (KBr disc): v= 1609, 1528,
1233-1140 cm™, 'H NMR (500 MHz, CDCls): 5 = 2.58—2.69 (2H, m), 3.34-3.37 (2H, m), 3.88 (3H,
s),7.03 (2H, d, J = 8.5 Hz), 7.58 (2H, d, J = 8.5 Hz), 7.77 (2H, d, J = 8.5 Hz), 7.96 (2H, d, J = 8.5 Hz)
ppm, HRMS (ESI): m/z calcd for C21H9NO3F3S [M + NH4]" 612.0878; found 612.0891.

&Y G-4 DERL

O

F(CF2)4<:2H4§OCH3

ERFHE T TILEY E-4 (1.29 g,2.76 mmol), 4-A hF 7 = =/LAR e > (0.56 g, 3.69
mmol), KT~ U T A (0.60 g, 5.66 mmol), FEfE ST 2T A (1) (0.01 g, 16 mol%). KU 7
T =JLIRAT 4 (0.03 g, 41 mol%)., /K 10 mL, 1,4-F %+ 30mL % 100 mL OF R~
7 A AZ AT 100°C TR L=, {bEW G-6 & [RIERICH L TLa G4 (132 g,
2.68 mmol) Z UL 97% TH47=, Colorless powder, mp: 175—176°C, IR (KBr disc): v= 1609, 1528,
1209-1132 cm™!, 'TH NMR (500 MHz, CDCl;): § = 2.58-2.69 (2H, m), 3.34—3.37 (2H, m), 3.88 (3H,
s), 7.03 (2H, d, J=8.5 Hz), 7.58 (2H, d, /= 8.5 Hz), 7.77 (2H, d, J= 8.5 Hz), 7.96 (2H, d, /= 8.5 Hz)
ppm, HRMS (ESI): m/z calcd for C1oH;9NO3FoS [M + NHy4]" 512.0942; found 512.0947.

{bEY H-n DE R
L&Y H-6 DERL

F(C F2)6CzH4SO H

{EE¥) F-6 (1.00 g, 1.78 mmol), =5 bA T F#E (1.20g,4.79mmol) &7 a2 4% 80mL
% 200 mL OF A7 T AZ AFUTEIRT 12 KFEEE Lz, £ ~KEMx T 1 R
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T D LULERDT I LTz, & O 2 W5 g oy I U 7= 7%, ik kT R U U LoKEs
T L CTIba Y H-6 (0.87 g, 1.58 mmol) Z U3 89% CT15:7=, Colorless powder, mp:
171-172°C, IR (KBr disc): v = 3445, 1609, 1489, 1234—1188 cm™!, 'H NMR (500 MHz, CDCl5): § =
2.37-2.48 (2H, m), 3.12-3.15 (2H, m), 4.92 (1H, s), 6.91 (2H, d, /= 8.5 Hz), 7.41 (2H, d, /= 7.9 Hz),
7.47 (2H, d, J= 8.5 Hz), 7.51 (2H, d, J = 7.9 Hz) ppm, HRMS (ESI): m/= caled for CaoH20F3S [M
— HJ 547.0401; found 547.0394.

AW H-4 DAL

F(CF2)4CQH4SO H

LAY F-4(0.90 g, 1.95 mmol), —HALAET7#HE (125g,5.00mmol) &7 v 2% 80mL
Z 200 mL OF A7 T A2 AFUCEIR T 12 K L7z, (LEY H-6 & [RERIZHERL L C
b5 H-4 (0.78 g, 1.76 mmol) % I3 90% C1%7=, Colorless powder, mp: 159—160°C, IR (KBr
disc): v =13433, 1609, 1489, 1234-1188 cm™!, 'H NMR (500 MHz, CDCl3): & = 2.37-2.48 (2H, m),
3.12-3.15 (2H, m), 4.92 (1H, s), 6.91 (2H, d, J = 8.5 Hz), 7.41 (2H, d, J = 7.9 Hz), 7.47 2H, d, J =
8.5 Hz), 7.51 (2H, d, J = 7.9 Hz) ppm, HRMS (ESI): m/z calcd for C1sH120FeS [M — H]™ 447.0465;
found 447.0475.

e I-n DERK
LAY 1-6 DEARL

F(CF3)sCo H4go H

LA G-6 (2.00 g, 3.37 mmol)., “ELATHE (2.60 g 10.38 mmol) & 77 1 £ % > 80
mL % 200 mL ®F A7 7 22| AFUTERT 12 R L, (LE%) H-6 & [ARRIOR
L TIbE¥ 1-6 (1.65 g, 2.86 mmol) % U= 85% CT4%7-, Colorless powder, mp: 208—209°C, IR
(KBr disc): v = 3445, 1611, 1489, 1230-1190 cm™', 'H NMR (500 MHz, DMSO-ds): § = 2.55-2.66
(2H, m), 3.70-3.73 (2H, m), 6.90 (2H, d, J = 8.5 Hz), 7.64 (2H, d, J = 8.5 Hz), 7.90 (2H, d, J = 8.5
Hz), 7.98 (2H, d, J = 8.5 Hz), 9.82 (1H, s) ppm, HRMS (ESI): m/z caled for CaoH1205F 138 [M — H]™
579.0300; found 579.0295.

{bEY 1-4 DERL
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O

F(CF2>4CZH430 H

{bEW G-4(1.32g,2.67mmol), —HALATVHE (2.51¢,10.0mmol) &7 mr A% 80mL
Z 200 mL OF A7 T A2 AN TCTRIRT 12 R L7z, (LAY H-6 & [FRRICHRL L T
{5 1-4 (1.07 g, 2.24 mmol) % UL3R 84% CTH572, Colorless powder, mp: 186—187°C, IR (KBr
disc): v = 3215, 1611, 1489, 1230-1190 cm™", '"H NMR (500 MHz, DMSO-ds): & = 2.55-2.66 (2H,
m), 3.70-3.73 (2H, m), 6.90 (2H, d, J = 8.5 Hz), 7.64 (2H, d, J = 8.5 Hz), 7.90 (2H, d, J = 8.5 Hz),
7.98 (2H, d, J = 8.5 Hz), 9.82 (1H, s) ppm, HRMS (ESI): m/z calcd for CigH1203F9S [M — H]”
479.0363; found 479.0379

ILEY 5-m-n DE R
{bEW 5-12-6 DAL

F(CFo)sCoHiS <)~ H-O(CHo120()-SCoHe(CFa)sF

{E&%) H-6 (0.51 g,0.937 mmol), &% B-12-6 (0.59 g,0.937 mmol). [REEH U 7 L (0.16 g,
1.12 mmol) & 3-X>% /> 40 mL % 100 mL ®F A7 Z X 22 AT 120°C CT—WriEHiE L
Too BUSHID I 725 ETHHE L TOMIRHIB Liz, £~ mmdi s, K, fEafe
MRz A CHRIE &K IS oRE L 7o, AIREICROKRIE~ 7 1 > 7 A N T & &
Toth. FBERE 2 O 0 I L CIRIRZ =/NK L — & —CIfE 3 2 L BEEA Sz, 20
BEZE VDTN Thra~ NTT77 40— (ZaakiLh) IR L TLEY 5-12-
6 (0.71 g, 0.647 mmol) Z L= 70% CTH7=, Colorless powder, mp: 124—125°C, IR (KBr disc): v =
2926, 2851, 1609, 1497, 1248—1184 cm™!, 'H NMR (500 MHz, CDCl3): § = 1.27-1.40 (12H, m),
1.42-1.50 (4H, m), 1.78 (4H, sept, J= 6.4 Hz), 2.28-2.38 (2H, m), 2.38-2.48 (2H, m), 2.97-2.99 (2H,
m), 3.12-3.15 (2H, m), 3.94 (2H, t, J= 6.4 Hz), 4.00 (2H, t, /= 6.4 Hz), 6.87 (2H, d, /= 8.5 Hz), 6.96
(2H, d, J=8.5Hz), 7.36 (2H, d, /= 8.5 Hz), 7.41 (2H, d, J=7.9 Hz), 7.50 (2H, d, J= 7.9 Hz), 7.52
(2H, d, J= 8.5 Hz) ppm, HRMS (ESI): m/z calcd for C47H4504F26S, [M + HCOO]™ 1231.2344; found
1231.2367.

L& 5-6-6 DAY

F(CFo)C2HiS<_ )~ H-O(CH)e0- )-SCaHe(CFo)6F

{b&% H-6 (0.47 g, 0.787 mmol), {54 B-6-6 (0.50 g, 0.787 mmol), REEH U 7 2 (0.31 g,
0.944 mmol) & 3-X>% /2 40mL % 100 mL ®F A7 X 22 AT 120°C T—WhiEHE L
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720 LA 5-12-6 & AIFRICHERLL TILAY 5-6-6 (0.68 g, 0.614 mmol) Z XK 78% CTHF7z,
Colorless powder, mp: 132—133°C, IR (KBr disc): v = 2940, 2868, 1609, 1497, 1248—1184 cm™!, 'H
NMR (500 MHz, CDCls): 6 = 1.84 (4H, quin, J = 6.4 Hz), 2.28-2.38 (2H, m), 2.38-2.48 (2H, m),
2.97-2.99 (2H, m), 3.12-3.15 (2H, m), 3.97 2H, t, /= 6.4 Hz), 4.02 (2H, t, /= 6.4 Hz), 6.87 (2H, d,
J=28.5Hz), 6.96 (2H, d,J=8.5 Hz), 7.36 (2H, d, /= 8.5 Hz), 7.41 (2H, d, /= 7.9 Hz), 7.50 (2H, d, J
=17.9 Hz), 7.52 (2H, d, J = 8.5 Hz) ppm, HRMS (ESI): m/z calcd for C41H3304F26S> [M + HCOO]™
1147.1405; found 1147.1418.

bEY) 6-m-n DEK
AW 6-12-6 DERE

F(CF2)6c2H4s0<CH2)120@§CZH4(CF2>6F

{E&% H-6 (0.31 g, 0.559 mmol), L&) C-12-6 (0.42 g, 0.559 mmol), REEH U &7 A (0.30
g, 224 mmol) & 3-X % /2 40 mL % 100 mL OF A7 7 A 22 AFLT 120°C C—Bri i
L7z LAY 5-12-6 & [AIERICHER L CTIEAW 6-12-6 (0.37 g,0.302 mmol) % % 54% T/,
Colorless powder, mp: 161-162°C, IR (KBr disc): v = 2934, 2853, 1655, 1410, 1234-1190 cm™ !, 'H
NMR (500 MHz, CDCl3): & = 1.25-1.50 (12H, m), 1.46 (4H, quin, J = 7.6 Hz), 1.82 (4H, quin, J =
6.4 Hz), 2.37-2.48 (2H, m), 2.56—2.63 (2H, m), 3.12-3.15 (2H, m), 3.27-3.31 (2H, m), 4.03 2H, t, J
= 6.4 Hz), 4.07 (2H, t,J = 6.4 Hz), 6.97 (2H, d, J = 8.5 Hz), 7.05 (2H, d, /= 9.2 Hz), 7.41 (2H, d, J =
8.5Hz), 7.51 (2H, d, J=8.5 Hz), 7.52 (2H, d,J= 7.9 Hz), 7.84 (2H, d, J= 9.2 Hz) ppm, HRMS (ESI):
m/z caled for CagHasNO4F26S, [M + NH4]" 1236.2610; found 1236.2623.

LAY 6-6-6 DAL

F(CF2>6c2H4sO(CH2)60@§CZH4(CF2)6F

{44 H-6 (2.90 g, 5.29 mmol), {&4) C-6-6 (3.53 g, 5.29 mmol), JREEH U 7 A (3.00 g,
2171 mmol) & 3- % 7 2 80mL & 200 mL D) A7 T A =T AT 120°C T B L
72 ALEW 5-12-6 L RERIZHER L TILAEY) 6-6-6 (5.26 g, 4.66 mmol) % IR 88% CTH7=,
Colorless powder, mp: 169—170°C, IR (KBr disc): v = 2940, 2868, 1597, 1499, 1252—1190 cm™ !, 'H
NMR (500 MHz, CDCls): & = 1.56—1.58 (4H, m), 1.86 (2H, quin, J = 6.4 Hz), 1.88 (2H, quin, J = 6.4
Hz), 2.37-2.48 (2H, m), 2.56-2.63 (2H, m), 3.12-3.15 (2H, m), 3.27-3.31 (2H, m), 4.03 (2H, t, J =
6.4 Hz), 4.07 (2H, t, J = 6.4 Hz), 6.97 (2H, d, J= 8.5 Hz), 7.05 (2H, d, /= 9.2 Hz), 7.41 (2H, d, J =
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8.5Hz), 7.51 (2H, d,J=8.5 Hz), 7.52 (2H, d,J = 7.9 Hz), 7.84 (2H, d, J = 9.2 Hz) ppm, HRMS (ESI):
m/z caled for Ca1Hz306F26S2 [M + HCOO]™ 1179.1303; found 1179.1311.

L&Y T-m-n DEK
AW 7-12-6 DERE

@)

F(CF2)602H4§0<CH2)1ZOOSC2H4<CF2)6F

{EE# 1-6 (0.50 g, 0.862 mmol), LA B-12-6 (0.54 g, 0.862 mmol), fREEHT U w7 A (0.14 g,
1.03 mmol) & 3-~2% /> 40 mL % 100 mL D F A7 Z 3|2 AT 120°C T—BEiii L
72 ALEW) 5-12-6 & [ARRIZHERL L TIEEW 7-12-6 (0.69 g, 0.566 mmol) % I 66% C157=,
Colorless powder, mp: 149-150°C, IR (KBr disc): v = 2936, 2853, 1597, 1497, 1244-1190 cm ™!, 'H
NMR (500 MHz, CDCl3): & = 1.25-1.50 (12H, m), 1.46 (4H, quin, J = 7.6 Hz), 1.82 (4H, quin, J =
6.4 Hz), 2.28—2.38 (2H, m), 2.58-2.69 (2H, m), 3.97-3.00 (2H, m), 3.34-3.37 (2H, m), 3.95 2H, t, J
= 6.4 Hz), 4.02 (2H, t,J = 6.4 Hz), 6.87 (2H, d, J= 8.5 Hz), 7.01 (2H, d, J = 8.5 Hz), 7.37 (2H, d, J =
8.5 Hz), 7.57 (2H, d, J= 8.5 Hz), 7.77 (2H, d, J= 8.5 Hz), 7.96 (2H, d, J = 8.5 Hz) ppm, HRMS (ESI):
m/z caled for CasHasNOGF26S: [M + NH4]* 1268.2508; found 1268.2533.

L&Y 7-6-6 DAL

)

F(CF2)602H4§O(CH2)6O-©-SC2H4(CF2)6F

{EE# 1-6 (0.47 g, 0.810 mmol), {L54) B-6-6 (0.50 g, 0.787 mmol), fkfEH U 7 A (0.17 g,
1.23 mmol) & 3-~22% /40 mL % 100 mL OF A7 T Z 22 AL T 120°C T B L
720 ALEW 5-12-6 & [RIERIZHER L TIEAY 7-6-6 (0.60 g, 0.527 mmol) % UK 67% T/,
Colorless powder, mp: 159-160°C, IR (KBr disc): v = 2940, 2868, 1597, 1497, 1234-1190 cm™ !, 'H
NMR (500 MHz, CDCls): 8 = 1.83 (8H, quin, J = 6.4 Hz), 1.86 (2H, quin, J = 6.4 Hz), 2.28-2.38 (2H,
m), 2.58-2.69 (2H, m), 3.97-3.00 (2H, m), 3.34-3.37 (2H, m), 3.98 (2H, t, J = 6.4 Hz), 4.04 (2H, t, J
= 6.4 Hz), 6.87 (2H, d, J= 8.5 Hz), 7.01 (2H, d, J = 8.5 Hz), 7.37 (2H, d, J = 8.5 Hz), 7.57 (2H, d, J
= 8.5 Hz), 7.77 (2H, d, J = 8.5 Hz), 7.96 (2H, d, J = 8.5 Hz) ppm, HRMS (ESI): m/z calcd for
C41H3306F26S; [M + HCOO]™ 1179.1303; found 1179.1323.

IbL-EY) 8-m-n DE K
&Y 8-12-6 DAL
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@)

O
FCRalCaHi{ )~ )-O(CH 20 )-§CaHa(CRakF

{EE# 1-6 (1.00 g, 1.72 mmol), {L&#) C-12-6 (1.29 g, 1.72 mmol), /REEH U 7 A (0.65 g,
4.70 mmol) & 3-X>% /50 mL % 100 mL ®F A7 7 2 2|2 AT 120°C C—HuzEjc L
7o ALAW 5-12-6 L RAIERICHERL L C{LAW) 8-12-6 (0.48 g, 0.375 mmol) K 22% T/,
Colorless powder, mp: 186—187°C, IR (KBr disc): v =2941, 28670, 1597, 1496, 1294-1140 cm™', 'H
NMR (500 MHz, CDCl3): 6 = 1.37-1.48 (12H, m), 1.81 (2H, quin, J = 6.4 Hz), 1.83 (2H, quin, J =
6.4 Hz), 2.53-2.63 (2H, m), 2.58-2.69 (2H, m), 3.28-3.31 (2H, m), 3.34-3.37 (2H, m), 4.05 2H, t,J
=6.4 Hz), 4.08 (2H, t,J = 6.4 Hz), 7.01 (2H, d, /=9.2 Hz), 7.05 (2H, d, /= 8.5 Hz), 7.57 (2H, d, J =
8.5Hz),7.77 2H, d,J=8.5Hz), 7.84 (2H, d,J=9.2 Hz), 7.96 (2H, d, /= 8.5 Hz) ppm, HRMS (ESI):
m/z caled for C46HasNOgF26S, [M + NH4]* 1268.2508; found 1268.2533.

{bEW 8-6-6 DAY

@)

F(CF2)602H4§O(CHZ)GOO§02H4(CF2)6F

L& 1-6 (1.00 g, 1.72 mmol), LA C-6-6 (0.96 g, 1.44 mmol), fREEH V ™7 2 (0.65g,4.70
mmol) & 3-X2% /50 mL % 100 mL ®F A7 7 232 AT 120°C T—MrE{E L7z,
L&Y 5-12-6 & RARIZHERL L TILAY 8-6-6 (1.33 g, 1.15 mmol) % X3 80% TH7=, Colorless
powder, mp: 201-202°C, IR (KBr disc): v=2939, 2866, 1598, 1496, 1248—1180 cm™, 'H NMR (500
MHz, CDCls): 6 = 1.57-1.59 (4H, m), 1.87 (2H, quin, J = 6.4 Hz), 1.88 (2H, quin, J = 6.4 Hz),
2.53-2.63 (2H, m), 2.58-2.69 (2H, m), 3.28-3.31 (2H, m), 3.34-3.37 (2H, m), 4.05 2H, t, J = 6.4
Hz), 4.08 (2H, t, J = 6.4 Hz), 7.01 (2H, d, J= 9.2 Hz), 7.05 (2H, d, J = 8.5 Hz), 7.57 (2H, d, J=8.5
Hz), 7.77 (2H, d, J = 8.5 Hz), 7.84 (2H, d, J = 9.16 Hz), 7.96 (2H, d, J = 8.5 Hz) ppm, HRMS (ESI):
m/z caled for C40H36NOgF26S: [M + NH4]" 1184.1569; found 1184.1576.

7-1-5 Y= I =RULEWEE T DAL

BAF— N
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F(CFz)nCzH4SOH _0 F(CF2)n02H4SO(CH2)mOSCZH4(CF2)nF

Compounds H-n Compounds 9-m-n

Q
F(CF2)nCoHa§
(@]

. o) 0
OH —_—> F(CF2)n02H4§O(CH2)m0H§C2H4(CF2)nF
OO oo

Compounds I-n Compounds 10-m-n

:
(]

F(CFz)nCzH4SOH _® F(CFz)nC2H4SO(CH2)mBr (iii)

Compounds H-n Compounds BB-m-n

F(CFz)n02H4§O(CH2)mBr M F(CF2>nczH4§O<CH2>mosczH4<CF2>nF

Compounds CC-m-n Compounds 11-m-n

Scheme 7-1-5-1. ¥ = I =HULEY) 9-m-n, 10-m-n, 11-m-n OEFAEE ; BOSRIE L &MF 5 () LLo-P T RET NI | REET Y 7 L
3-Xu & v, 3 HRER, () Lbo-Y 7 a7 NA2 REES D UL 3-8 24 ERIEEDR, (1ii) 35% @R kKRR, BElE, 24
REIRUE, (iv) {EEW Hon, IREET U D A 3-_U % ) 2 24 RFRIE T



bEY) 9-m-n DEK
LAY 9-12-6 DAL

F(CFa)sCaHSHp— H-0(CHa120-d I )-SCoHa(CFa)F

A% H-6 (0.87 g, 1.58 mmol), 1,12-P 7 1E RFH > (0.26 g, 0.792 mmol), REEH U 7
2 (0.56 g,4.05 mmol) & 3-~2 % /2 50mL & 100 mL D) A7 T A 3|2 AN T 120°C T 3
H RS L7z, RSN RIRBICAR D ETHE L CE— I —IcB Lz, £ Z~KEMA D ik
WEAHTH L7z, & O 2 W5 1 T8l T/ Ltk Y v 7 A L—iET27 v a kL LI
SR, WA TR L — — TR T 2 L EEN G LN, ZORERE =X ) — LTk
%L T{EE 9-12-6 (0.52 g, 0.412 mmol) % IH 52% C1537z, Colorless powder, mp: 175-176°C,
IR (KBr disc): v = 2940, 2868, 1630, 1406, 1236—1190 cm™', '"H NMR (500 MHz, CDCl3): § =
1.25-1.40 (12H, m), 1.46 (4H, quin, J = 7.6 Hz), 1.82 (4H, quin, J = 6.4 Hz), 2.38—2.48 (4H, m),
3.12-3.15 (4H, m), 4.02 (4H, t, J = 6.4 Hz), 6.96 (4H, d, J = 8.5 Hz), 7.41 (4H, d, J = 7.9 Hz), 7.50
(4H, d, J = 7.9 Hz), 7.52 (4H, d, J = 8.5 Hz) ppm, MS (ESI): m/z caled for Cs;Ha9OsF2S, [M +
HCOO]" 1307.2657; found 1307.2664.

LAY 9-6-6 DAL

FCPosCHS< < Y-0(CHa)s0 Y« )-SCoHu(CF)eF

{44 H-6 (1.00 g, 1.82 mmol), 1,6-27 mE~FH 1 (0.20 g, 0.829 mmol), RFEH U 7 L
(0.36 g,2.60 mmol) & 3-X>% /2 50mL Z 100 mL ®F A7 7 A= AT 120°C T3 H
S L7, L& 9-12-6 & [FIFRICH L L TILAW 9-6-6 (0.81 g, 0.771 mmol) A UL 93%
TH37z, Colorless powder, mp: 193—194°C, IR (KBr disc): v = 2941, 2868, 1607, 1491, 1252—1182
cm™!, 'TH NMR (500 MHz, CDCl3): = 1.84 (8H, quin, J = 6.4 Hz), 2.38—2.48 (4H, m), 3.12-3.15 (4H,
m), 4.02 (4H, t, J = 6.4 Hz), 6.96 (4H, d, J = 8.5 Hz), 7.41 (4H, d, J=7.9 Hz), 7.50 (4H, d, J = 7.9
Hz), 7.52 (4H, d, J = 8.5 Hz) ppm, MS (ESI): m/z calcd for C4sHaoNO2F26S2 [M + NH4]" 1196.2085;
found 1196.2076.

L& 9-12-4 DA

F(CFauCoHS< )~ H-0(CHa120-d I )-SCoHa(CFalF

{b&% H-4 (2.48 g, 5.53 mmol), 12- 7 1E KT 4> (091 g, 2.77 mmol), KEEH Y 7 A
(1.15 g, 8.30 mmol) & 3-~<2% /> 80mL % 200 mL DOF A7 T A2 AN T 120°C T3 H
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YT L7z, L& 9-12-6 & [RFRICHE SR L TIL & 9-12-4 (2.13 g, 2.00 mmol) % ILZE 72%
T137z, Colorless powder, mp: 162—163°C, IR (KBr disc): v = 2940, 2872, 1609, 1491, 1248—-1171
cm™!, 'TH NMR (500 MHz, CDCl3): § = 1.25-1.40 (12H, m), 1.46 (4H, quin, J = 7.6 Hz), 1.82 (4H,
quin, J= 6.4 Hz), 2.38-2.48 (4H, m), 3.12-3.15 (4H, m), 4.02 (4H, t, /= 6.4 Hz), 6.96 (4H, d, J=8.5
Hz), 7.41 (4H, d, J="7.9 Hz), 7.50 (4H, d, J=7.9 Hz), 7.52 (4H, d, J = 8.5 Hz) ppm, MS (ESI): m/z
calcd for C4sHsoNO,F13S: [M + NH,]" 1080.3152; found 1080.3160.

LAY 9-6-4 DAL

FCPauCHSH )~ H-0(CHa)s0-d Y- )-SCoHu(CFa)F

{t&Y) H-4 (078 g, 1.74 mmol), 1,6-27 @E~FH 2 (0.22g,0.902 mmol), [REEH Y 7 L
(0.42 g, 3.04 mmol) & 3-~2% /> 50mL % 100mL OF A7 T A2 AT 120°C T3 H
i L7e, L& 9-12-6 & [FIFRICHR L TILAW 9-6-4 (0.70 g, 0.827 mmol) AL 95%
THF7z, Colorless powder, mp: 180—181°C, IR (KBr disc): v = 2940, 2872, 1609, 1491, 12481171
cm™', '"H NMR (500 MHz, CDCl3): § = 2.33—2.48 (4H, m), 3.12-3.15 (4H, m), 3.14 (4H, t, J = 8.2
Hz), 4.05 (4H, t, J = 6.4 Hz), 6.98 (4H, d, J = 9.2 Hz), 7.41 (4H, d, J = 8.5 Hz), 7.52 (4H, d, J=9.2
Hz), 7.52 (4H, d, J = 8.5 Hz) ppm, MS (ESI): m/z calcd for C42Hi4NO2F S, [M + NH4]* 996.2113;
found 996.2116.

LAY 10-m-n DL
LAY 10-12-6 DL

@) )

F(CF2)6C2H4§O(CH2)120302H4(CF2)6F

LAY 1-6 (0.87 g, 1.51 mmol), 1,12-P7 1% KF 4> (0.25g,0.754 mmol), [REEH Y 7 L
(0.79 g,5.71 mmol) & 3-X>% /> 50mL Z 100 mL ®F A7 Z A= AT 120°C T3 H
MRRIE L7z, OGN EIRICR D EFTIHE L TCE— b —IZB LTz, T2 ~KEMZ D & ikl
DHTH U7, & DR 2 Wi Tt L7, W= /L T L L& 10-12-6
(0.90 g, 0.680 mmol) % X3 90% CTH57=, Colorless powder, mp: 235-236°C, IR (KBr disc): v =
2934,2853, 1636, 1410, 1234—1190 cm™!, 'H NMR (500 MHz, CDCl3): = 1.25—1.40 (12H, m), 1.46
(4H, quin, J = 7.6 Hz), 1.82 (4H, quin, J = 6.4 Hz), 2.58-2.69 (4H, m), 3.34-3.37 (4H, m), 4.05 (4H,
t,J=6.4 Hz), 7.03 (4H, d, J = 8.5 Hz), 7.58 (4H, d, J = 8.5 Hz), 7.77 (4H, d, J = 8.5 Hz), 7.96 (4H, d,
J=28.5 Hz) ppm, MS (ESI): m/z calcd for Cs3Hs903F26S, [M + HCOO]™ 1371.2454; found 1371.2451.

96



L& 10-6-6 DEHL

O @)

F(CF2)6C2H4§O(CH2)6O§C2H4(CF2)6F

{59 1-6 (1.00 g, 1.72 mmol), 1,6-27 2E~FH 2 (0.19 g, 0.783 mmol), REEH VU 7 A
(0.45 g,3.26 mmol) & 3-X% /2 50mL Z 100 mL OF A7 Z7 23|l AT 120°C T3 H
g L7, {EA 0 10-12-6 & [RERIZKE L CTIEA ) 10-6-6 (0.49 g,0.399 mmol) % I 51%
THF7z, Colorless powder, mp: 253—254°C, IR (KBr disc): v = 2940, 2872, 1609, 1524, 1252—1190
cm™!, 'TH NMR (500 MHz, CDCls): § = 1.51-1.62 (8H, m), 2.58—2.69 (4H, m), 3.34-3.37 (4H, m),
4.05 (4H, t, J= 6.4 Hz), 7.03 (4H, d, /= 8.5 Hz), 7.58 (4H, d, J = 8.5 Hz), 7.77 (4H, d, J = 8.5 Hz),
7.96 (4H, d, J = 8.5 Hz) ppm, MS (ESI): m/z calcd for C46HaoNOeF26S, [M + H]" 1260.1882; found
1260.1880.

LA 10-12-4 DAL

O 0O

F(CF2)402H4§O(CH2)1zO§CzH4(CF2)4F

LA 1-4 (2.40 g, 5.00 mmol), 1,12-P 7 0F RFH > (0.82 g, 2.50 mmol), REEH U 7 L
(1.04 g, 7.49 mmol) & 3-~2% /> 80mL % 200mL DOF A7 T A2 AN T 120°C T3 H
VT L7z, {LEW 10-12-6 & [FERICHER L TLA Y 10-12-4 (2.07 g, 1.78 mmol) % IR 73%
THF7z, Colorless powder, mp: 234-235°C, IR (KBr disc): v = 2936, 2853, 1609, 1524, 1293—1192
cm™', '"H NMR (500 MHz, CDCls): & = 1.25-1.40 (12H, m), 1.46 (4H, quin, J = 7.6 Hz), 1.82 (4H,
quin, J = 6.4 Hz), 2.58-2.69 (4H, m), 3.34—3.37 (4H, m), 4.05 (4H, t, J= 6.4 Hz), 7.03 (4H, d,J=8.5
Hz), 7.58 (4H, d, J = 8.5 Hz), 7.77 (4H, d, J = 8.5 Hz), 7.96 (4H, d, J = 8.5 Hz) ppm, MS (ESI): m/z
caled for CasHsaNOGF18S, [M + NHy]* 1144.2949; found 1144.2961.

LA 10-6-4 DERK

@) @)

F(CF2)4CzH4C:S:)O(CHz)BOéS:)CzH4(CF2)4F

{EE% 1-4 (1.07 g, 2.23 mmol), 1,6-7 aE~FH > (0.30 g, 1.23 mmol), [REEH Y 7 L
(0.58 g, 420 mmol) & 3-2% /2 50mL % 100 mL OF A7 7 A= {Z AT 120°C T3 A
T L7z, {LEW 10-12-6 & [FERITHER L TLA ) 10-6-4 (0.85 2,0.937 mmol) % IR 84%
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T137z, Colorless powder, mp: 249-250°C, IR (KBr disc): v = 2938, 2872, 1609, 1524, 1255-1190
cm™!, "TH NMR (500 MHz, CDCls): § = 1.51-1.62 (8H, m), 2.58-2.69 (4H, m), 3.34-3.37 (4H, m),
4.05 (4H, t, J= 6.4 Hz), 7.03 (4H, d, J= 8.5 Hz), 7.58 (4H, d, J = 8.5 Hz), 7.77 (4H, d, J = 8.5 Hz),
7.96 (4H, d, J = 8.5 Hz) ppm, MS (ESI): m/z calcd for C42H4oNOgF15S2 [M +NH4]" 1060.2010; found
1060.2013.

bEa¥Y CC-m-n DEEL
LAY CC-12-6 DAL

)

F(CF2)602H4:S:O(CH2)1ZB|'

o)

LA H-6 (1.75 g, 3.19 mmol), 1,12-7 1% FF 4 (2.10g, 6.40 mmol). [REEH U 7 L
(1.06 g, 7.66 mmol) & 7 k> 80 mL % 200 mL OF A7 7 222 A T 60°C T 8 I,
HPLC ChUG DTG W Z st L7203 BN Lc, BUSYISEIRIZ/R 5 F CThiE L Toilk
B L, 22~ vakvb, K, @SR ENx CAHlkE & RKBlosBt L7, A
FB I MoK~ 7 % v 7 DRI A TR X721, A8 2 0729 v 18 L ik s —
NRV—Z =TT 5 & BEERBG LN, EDMEMEK, 35% Wmig{bKkHEK (0.92 g, 9.43
mmol), FEEE 40 mL % 100 mL O F A7 T 2 2|2 AFLT 100°C T—Bafi#k L7z, RUSHME
B ETHEBE L CE— I —ICB Lz, & Z~HilfEEKET MY 7 2KEREMZ S &
WS Uz, & UL 2 W5 gl Ty ER L 72 #% . Al —— 7 /L Ciif L Tb& 4 CC-
12-6 (1.96 g, 2.37 mmol) Z UYL 74% (2 steps) THH7z, Colorless powder, mp: 215-216°C, IR
(KBr disc): v=2920, 2853, 1609, 1524, 1233—-1190 cm™', '"H NMR (500 MHz, CDCl3): § = 1.29—1.51
(12H, m), 1.82 (2H, quin, J = 6.4 Hz), 1.86 (2H, quin, J = 6.4 Hz), 2.53-2.63 (2H, m), 3.28-3.31 (2H,
m), 3.41 (2H, t, J= 6.7 Hz), 4.06 (2H, t, J= 6.4 Hz), 7.03 (2H, d, J= 8.5 Hz), 7.58 (2H, d, J = 8.5 Hz),
7.77 (2H, d, J = 8.5 Hz), 7.96 (2H, d, J = 8.5 Hz) ppm, HRMS (ESI): m/z caled for C3,HsoNO3F3SBr
[M + NH4]" 844.1705; found 844.1716.

L&Y CC-6-6 DAL

F(C|:2)602H4§O(CHz)eBr

1A% H-6 (0.39 g, 0.703 mmol), 1,6-2 7 mE~FH2 (0.87¢,3.57 mmol), fRFEH U 7 L
(0.12 g, 0.843 mmol) & 3-X2% /> 80 mL % 200 mL DF A7 7 AT AT 120°C T—
i, HPLC CTHUSDOHEITEEA WA MR L7208 DIgii Lz, SICHMNEIRIC/ D £ THE LT
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SRR LTz, £ Z~7 mu )b A oK, K 202 THEE &K REL 72,
AR KR~ 722 U D2 A TS 72, AREZ 0729 v sl L sk %
TR L —Z —TiRfiET 5 L EERBE LN, ZOEER, 35% wiR{b/k$FEK (0.50 g, 5.14
mmol), EEEE 40 mL % 100 mL OF A7 7 222 ANVT—BEH R L=, eNRIEIZ/RD
FCHEL CE—I—IZB LTc, £ I ~BMERKET MU U LKEEZINZ 5 &L
U7, DB 2 Ws| i Tl L 72, Al —7 LTk L a4 CC-6-6 (0.36
g, 0.485 mmol) Z IR 69% (2 steps) TH57z, Colorless powder, mp: 151-152°C, IR (KBr disc):
v =2938, 2864, 1609, 1524, 1231-1190 cm™!, 'H NMR (500 MHz, CDCl;): § = 1.52—1.58 (4H, m),
1.85 (2H, quin, J = 6.4 Hz), 1.91 (2H, quin, J = 6.4 Hz), 2.53-2.63 (2H, m), 3.34-3.37 (2H, m), 3.43
(2H, t, J=6.7 Hz), 4.06 (2H, t, /= 6.4 Hz), 7.03 (2H, d, J = 8.5 Hz), 7.58 (2H, d, J = 8.5 Hz), 7.77
(2H, d, J = 8.5 Hz), 7.96 (2H, d, J = 8.5 Hz) ppm, HRMS (ESI): m/z caled for CasHasNO3F3SBr [M
+ NH4]" 460.0766; found 460.0787.

{EEW N-m-n DERL
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1bE4 CC-12-6 (1.00 g, 1.21 mmol). 1LE4 H-6 (0.66 g, 1.21 mmol), HEEH U 7 4 (0.33 g,
2.42 mmol) & 3-~2% /50 mL % 100 mL OF A7 T A 22 AT 120°C T B L
72o ALEW 10-12-6 & [FIEEITHER L TIEAW 11-12-6 (1.36 g, 1.05 mmol) % IR 83% CTHH7-,
Colorless powder, mp: 193—194°C, IR (KBr disc): v = 2936, 2851, 1609, 1491, 1236—1190 cm™ !, 'H
NMR (500 MHz, CDCls): & = 1.31-1.37 (16H, m), 1.80 (4H, quin, J = 6.4 Hz), 2.28-2.38 (2H, m),
2.53-2.63 (2H, m), 3.12-3.15 (2H, m), 3.34-3.37 (2H, m), 3.98 (2H, t, J = 6.4 Hz), 4.06 (2H, t, J =
6.1 Hz), 6.96 (4H, d, J = 8.5 Hz), 7.03 (4H, d, J= 8.5 Hz), 7.41 (4H, d, J = 7.9 Hz), 7.50 (4H, d, J =
7.9 Hz), 7.52 (4H, d, J = 8.5 Hz), 7.58 (4H, d, J= 8.5 Hz), 7.77 (4H, d, J = 8.5 Hz), 7.96 (4H, d, J =
8.5 Hz) ppm, MS (ESI): m/z calcd for Cs;Hs;NO4F26S, [M + NH,4]" 1312.2923; found 1312.2942.
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F(CF2>6c2H4§O<CH2)Gosc:2H4(CF2)6F

{49 CC-6-6 (0.18 g, 0.242 mmol), {LA4H H-6 (0.13 g, 0.242 mmol), JREEH U ™7 A (0.19
g, 1.37 mmol) & 3~ % /2 50 mL % 100 mL OF A7 T A 2T AT 120°C C B
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L7z, LAY 10-12-6 & [RFRICHERL L TEAY 11-6-6 (0.23 g, 0.191 mmol) % ULHE 79% T
72, Colorless powder, mp: 221-222°C, IR (KBrdisc):v= 2936, 2851, 1609, 1491, 1238-1182cm !,
"H NMR (500 MHz, CDCl;): § = 1.52-1.58 (4H, m), 1.85 (2H, quin, J = 6.4 Hz), 1.91 (2H, quin, J =
6.4 Hz), 2.28-2.38 (2H, m), 2.53-2.63 (2H, m), 3.12-3.15 (2H, m), 3.34-3.37 (2H, m), 3.98 2H, t, J
=6.4 Hz), 4.06 (2H, t, J = 6.1 Hz), 6.96 (4H, d, /= 8.5 Hz), 7.03 (4H, d, /= 8.5 Hz), 7.41 (4H, d, J =
7.9 Hz), 7.50 (4H, d, J= 7.9 Hz), 7.52 (4H, d, J= 8.5 Hz), 7.58 (4H, d, J= 8.5 Hz), 7.77 (4H, d, J =
8.5 Hz), 7.96 (4H, d, J = 8.5 Hz) ppm, MS (ESI): m/z calcd for CssHsoNO4sF2S> [M + NH4]"
1228.1984; found 1228.1986.
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