CN 101796011 A

O REARSHEERATEE RO
0, (12) £ B FIFRIE
*

(10) HIFAHS CN 101796011 A
(43) HIFAF H 2010. 08. 04

(21) IS 200880105428. 5
(22) HiEH 2008. 09. 05

(30) LA E R
60/970104 2007. 09. 05 US

(85) PCTHRIFH NE KM B B
2010. 03. 03

(86) PCTHRIFRYHRIFETIE
PCT/US2008/075309 2008. 09. 05

(87) PCTHHIFRY AN ELIE
W02009/032965 EN 2009. 03. 12

(T1) RIEA G /RELH A A
kil e QSRR DS
(72) KBAA M A USER M B« iABE/R
(74) TRRIENAE P ELFCHE (Bl AR

& 72001
RIEA TkE FHE

(51) Int. Cl.

Co7¢ 41,09 (2006. 01)
BAERA 2 51 B 10 I

(54) % PAR&FR

T 2- TRl =T BB T
(57) %

A B R B 1 WA 2 TR
T BRI T



CN 101796011 A W F E k B 1/2 5T

L FAE R BRI T IR 715, TR 7 B (a) 628 Ao T
[ 25 F A 2 TR 55 28— R AR B AL B A, UG RE (1) 404 — T SEREI ik 798
I TR, BT (1) R R IR A TR LUK (b) BTk R SR A
TR T R IR A B TR 4 8, AT T R 3
FREMET -
@) 'Tz
N—Z—NO-R3 AC

CHj R4

Hrp .

FEBHE T, Z 4 - (CHy) = 2 n 2 2 2 12 (W80 00 B RV R R0 R 45 H AL bk B
H =CH;~ —CH,CH,+ Fl C,~Cy BB 8 3B — it 53+ H.
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[CF,CF,0CF,CF,S0,] "« [ (CF,HCF,S0,) ,N] . f [ (CF,CFHCF,S0,) ,N] »

2. BURELR 1 17732, Horb S AHER AR pKa /T2 4 B3 AH R AEAL ) o

3. BURIE SR 1 7775, FA ik S NiVR & ) 3 B AR, I B8 04 1K) 2 A A
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fiKo

4. BURVESK 1077, Horh AR AL R A 1k BT 41 I AR R AR AL 7)< JEHLIR <A AL
MR\ 22 R AR KEIE IR & B IR h . &8 =M LR ENME AWMU ENIMA A

5. BURIESR 1 7735, SLrp AHER AL TR 16 B R A0 S AH B fEE AL 7] <R IR  JRUE 7R
VT R ) P TR TR T PR M 4 TR AR « — Rl AR IRR L LR T HRIR L 1, 1, 2, 2- D3R &
WAIR 1, 1,2,3,3, 3= /S AR « — 60 IR R B « — 3R0 PR IR 44 « — i PR AR . — o R IR
Bl = PP — R PR R T A = 36 P AR

6. BURIELSK 1 (7515, oA Bk e N IR 40 B A AL ) B ke A0 500 1) 2 S AH 6 T
RGP AT 2- TN EEZER AN 0. 1 %8 K, (HE A2 20 % 8K,

7. BOMELSK 1 (771, Bk 7 G A e U S 56

8. BURIEK | 77k, Horp ik — T R =W AE 2875 AH .

9. BORIESK 1 17732, Hodn Bk & U AR A AL 3 A R R R 0

10. AUCMELSK 1 771, Hrp o Bk 75 85 R B AR AH AR 3R 2 ik [l SRS 4 o

L1 BUORIZEESR 1 877375, P K AT 73 2 A ) s Y AR A P R B

12, BUOREESR 17732, i e i id [k MIR-GYIAEZ) 50°C 222 300 C [ 2 F1 2
0. IMPa £ % 20. TMpa {E )1 F R4

13, BURE K 1 197732, Hord e it id [k MR -G WHE2) 50 °C 222 300 °C [ BEF1 24
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T 2- TEHI& =T EBNTTE

[0001]  ALHHIEER 2007 £ 9 H 5 HIZAZ ML E IS H1E 60/970, 104 FILEHRI%Z
aa B, AR I B BAS | 7 A S0 A A SO S H—3 05y LU TR B 1.

F AR s

[0002] A BH¥D Ja bl 2— T RER & =T SERER i

[0003] kB 5

[0004] kg 4 — T FE Mk W] AR ¥ ) BL A S8 Sl S BE A G 5 ). 2 WAF) W Kotrba [¥)
“Ahead of the Curve” (Ethanol Producer Magazine, 20054 11 F ) F1WO 01/18154, H
HRATE T AL T R ) S L T S A

[0005] PR EE il & B IR 7325, 8 a0 EH T B el =T ZEME I U7 v O, IF HABEIA T Kara
2 A W) Kirk-Othmer Encyclopedia of Chemical Technology 8 TLAREE 10 #2728 5. 3 %Eﬁ
567-583 HIH o FIrads ;e B — i it B B B i /K 1R, B0 I AR =l T, fE AR i
Ml A EEAR  EAEAL KK #E4T . Bringue 2 A [J. Catalysis (2006) 244 :33-42]
NFFET AR 1 el 22— 1F ISR K S A AT () Pt e - A2 4 lig « WO 07/38360
N TR FHARAFAE T 25 58 = I — 077

[0006]  AX 1475 75 B LA R ML AL F 1 77 V258 M ) 25 K

[0007]  Jx BMEIK

[0008]  ASSC T2 Y A WAL G HH B o) o b Bk R a0 T AR BRI VA 2T AR R &
DA K FHAZ T 3R FIR] SRAF B 740 o

[0009]  ASCAE—ANELE A BARSHE 7 S0 EF SO R T A B R LE T R R AE , B
RS T RS AT S A RFAE o SR A A BH R A BR T AT HL A4 S 7 58 b i S ph
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[oo12] v
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¥k A H. —CH, —CH,CH, fll C,—C, EAE B S8 — st s 3F B

[0014] A HFIE 7, iZ M B ik @ [CH,080,] . [C,H,080,] . [CF.,S0,] . [HCF,CF,S0,]1 .
[CF,HFCCF,S0,] + [HCC1FCF,S0,] + [ (CF,S0,),N] \ [ (CF,CF,S0,),N]  [CF,0CFHCF,S0,] +
[CF,CF,0CFHCF,S0,] "+ [CF,CFHOCF,CF,S0,]1 . [CF,HCF,0CF,CF,S0,] . [CF,ICF,0CF,CF,S0,]
[CF,CF,0CF,CF,S0,] "« [ (CF,HCF,S0,) ;N1\l [ (CF,CFHCF,S0,) ,N] &

[0015]  FH A ST Ty V2 il 4 R WK O n — ot ZE Ik mT FH AR50 5 28500, I HL T ARS8 S ok
LR SR SRR A AR 05 o

[oo16] X HHIA

[0017]  AICATFF THEZR D —FirE 7 AR 22 2D — PP R A AL A7 AE T i) £ — pe 2k 16 Ty
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B 7 BB BE IR — AN B AN ST ST — AN ERE A TR BUREE S e AR . 9, ARk
B AR ) —C,H 2k A 838 43 7T LU FF HASPR - —CF,CF, « —CH,CH,0H 5, —CF,CF, T, H: A B Q% i
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[0035]
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[0038] A N FHE 7, iZ BB i B [CH,080,] « [CH;050,] + [CF,S0,] + [HCF,CF,S0,]
[CF,HFCCF,S0,] + [HCCIFCF,S0,]1 « [ (CF,S0,) ,N] "+ [ (CF,CF,S0,),N]  [CF,0CFHCF,S0,] «
[CF,CF,0CFHCF,S0,] "« [CF,CFHOCF,CF,S0,] "+ [CF,HCF,0CF,CF,S0,] + [CF,ICF,0CF,CF,S0,]
[CF,CF,0CF,CF,S0,] " [ (CF,HCF,S0,) ,N] . F [ (CF,CFHCF,S0,) ,N] o

[0039] B FEIARAEEW (29 25C) TAHBEKANMED. ENAFRT RZE1E,
KA B AT B A AR F RS s, AR SRR G N i T i, OF H O SR B w4 .
B FARER B ARA 2R3, B e AT DU A e B T Bl e (1) o FR s BH 2 - FH B g
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25 100°CF AWK ANLE:.

[0040]  HRHRE FH B A1 / BRI B+ I 1, B VA I A BEAAL A2 R PR B L e
Ao 50 0T, BG N FH B N B2 A b B RE IO RE S R e B AR R M 1 g AL SR K
PE /SR MR 1 35 FE A AL SR B o [ B8 R 2 48 RT3 Wi 48] 4n B 3 45 ) ) 0 A K S A
FEE AR P LA R BOAT e Mo BH B 3 R B 5 R 30 438 6 85— Y0 PR A0 BRI A 2 e 12 1) 522 W) EH
Wasserscheid # Keim[Angew. Chem. Int. Ed. (2000) 39 :3772-3789] L1 } Sheldon[Chem.
Commun. (2001) 2399-2407] HH4T T 253K .

[0041]  3& H T ASCI7 VA B S AR ] H— R TE S B AR AR E R AF AT, AT
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AR B LG S i, DU R N— SRR e —2- W o AR 5 3B ik Ara bk i e —2- i
[RIAEIN B A, 4 PR b s Jot. —2— T 7400 P 0 > P 88 AR o 3K G R MR s o I 1 25 1
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[0042]  AHXF T S NIR AW TS 2- TR E &, B IRARLE ONVIR AW S E
HEEIFAA 0. 1% B K, Bl 2% B K, {HA2 2 25 % BHEAL, B4 20 % B G,

[0043] 38 FH A S5 v A AR A 3R A 185 s 30 s BT s R B B AE R B R E AR |
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AL TRRN S A7 AE T 355 BIAR RIAH I BTl AT 5 S NI 43 T2 oy BT 1A
H

[0044]  FE—ANSEIt T Z 0, 8 FHAE A ST AR AL T R A2 pKa /N T-29 4 (1R 48 76 55— A
SEHE T S, 1 VR AR SO AR AL I IR 2 pKa /T4 2 [FRLE,

[0045]  7E— NSRS b, & T A SCHI B ARBR AL T ik B ENLR VA MR . v £
MR AL IR & B R E . &8 M AR ENME G L eENmAs. £5—1
SEHE T S, PR B AHBR (AR R 3 1500 IR TR U 1 % PP A R T I A IR
BHEER. = F MREER LR T iR 1, 1,2, 2- UM OHEIR . 1,1,2,3,3, 3- S EAN R =5
PR P B8« — 980 PP A PR L « — 90 R A PR AR . — 9 TR IR . — 3 PR R — o TP R e
R PR R A

[0046]  AHXS T R NIRA YT P& i 2- T RE ) E =, HEATE R VIR G T I B R
P ANZ 0. 1% 80 K, B8R 1% 8K, (H2 N2 20 % s EAIG, 82y 10 % B EAIR, 8R4 5%
B

[0047]  JITIR R AT FEZ) 50°C 24 300°C RS N EAT . 7E— Sy &, Fridii el
25 100°C 224 250°C. Frid R NI FEL RS (29 0. IMPa) 2244 20. TMPa (¥ s J) T .
165 HAR R SE 5 b, Tk B 7 020 0. IMPa 224 3. 45MPa. Tk Jio 3 i) 7045 1t < 4 Tk
1T, EHE A AR BT EERH .

[0048]  FE— NSl T &, TR S N AERAR R AT o ZE AT HEIE PRI SEHE T R, Bk O
FEBREAN / SRR N T LIS =) T AR AE TRV . W PRI/ B,
A IR AL 2R VA T S R B G AR . TR/ B ) B BRAR A R AR A R N R H 5
P BRAE N 55 A — Pl B8, I PR 28 VAR T AR, AR G 7R H ol iR 28 VR ARV
HERGBAH -

[0049] s N [R)Ks B ke 7 22 [R1 22, W A0 S ) s 2 2% AR e I8y 2% , 9 L T 9 4 LA SRS
R T R BTIR RN ] DL SRR S BOE s AT

[0050]  FEiZ NV HE AL S ET BT = T R A, =T Y
RETER NIREGWINE—AE ( “ T HBAE”) 1, Prid 88 —AH 5 b AR B B iR 4L
FURIEE A (“BFHAAM”) &0 5N, FHit, v 5 TEf anEN WREALT (£5 1
WAAAE ) A Efe— e 2 A T R (AR T B A ) .

[0051]  7E 5 —ANSEHET7 2877, AR 7 B KBS - VR AR A PR A, AR O B S BTR A
W, 2- TR a2 fh T RO SEUK A . Ft, IS8 T 5 ik
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AHE IR B VAR PR IR, W] B 5 B0 B U A AH AT A P AR Bk o TS R K I — o
i WAL TR R 7808 . B AR B ] 2 AN TH 28V, I BT T A R B AL
)RR A B AR s i s DAL, 0 P VR ACRH LR K N ZE RS TRt i 2
TR FIEAL G TR B IS, — RO P BRI I8 T A -3 AR b 43 B HH /K IR 25 1
Tk T Perry i Chemical Engineers’ Handbook % 7 it (McGraw—Hill, 1997
) B8 13 E “Distillation” Wr. 785 SR, AL I i PR BT OB IR A 43 B
HEATFTR R Y, BRI R 5 B AR — ARk [P 21 i ARG

[0052] @SN / BRI = T JEmRAHAE I m] it — P Al IF HonT JERE A A o

[0053]  FEAS & BH I 25 Al HL A St 77 22 b, 38 I e 36 A SCPTIR BT 2 T AR B p B 5 5
F HB I B A S I BT A T IOATEART SR 9 128 T T2 R0 o 984, T T RONTR B4
ol il £ T MK o AH R, 7R A ST T ZE Y, AN T R B VR AR R T ROV
AR =T IR (1) MARSCITIR BT AT B 7 S A, BLUS B R A BT
AH & FAS A 25 TE 2 BT R B0 88 B, 0 (11) AASCHTIR 83T 23 FF 1B B
B, CLEEE A BT A & PSR 46 8 B TS i B & 7. 7218
SRR OY %S e I W Bk =) 5 A i Y N A i B N 13 T - R N A R N R 2
I TAEAAFAE s il 7 A AL EAT 8 86 100 S rh Bl HEBR ) B R0/ B3R g B Rl 0 1)
UL, I Hoan SR, W] R 4 A FH A0k R 53 60 S o 7 i A 2 A5 FH WS 40 0 355 ) 2 1) ol
TORBAT ik e+ .

[0054]  ASCHT /R 7 AR T A A R A &), Brid & Pyml i@ 41077
ALK < (1) FEFE 8 Ja [ N IR B ] 22 35 A1 BAEE B 7 RECT I — A, i I HoAth ] A2 2%
A1 BARHE B 7 R AR FE AR, A (2) AEFRE U H A, 4k iy X HoA n] A2 58 A1 BUAAE Bk
FREP AT FIRE RS, AR OREFEAAL o B T 7EAR AT n] A2 ()5S A RS B
B B Y B Y T A F & T R A AN — R IE R A, 2]
DLIE o ok P a2 L ] ORI BB R P B —Fh DL BB D TP ORI R o S AEAT A
AT AR IR P O B R T e YE N P A I B R S (1) I [ T A i A
AU — 52, B3 (1) BN —Fh DL AE DT P s ot i85~ 2N, P e 488 1 e 0 d sk
DG PR FEA L v R A R B LU B AL IS gl R Mk . EILIE LT, Pridb & sk 2 A
B YAT BL— B El 22 Flon AR i 2R T BRI B T R U o SONREE, F0uP K e 1 [ T
AR I HEAN A, AH A H AT il 2N e 2 A ) e R AN TEREAN Y

[0055] A i AR 3C 77 ¥ 3R A9 A IR P R R 1 7 S RA A TR PR 5 R 40 T S it A1)
(SR 1 &2 2) TEARIR . AE A 1K L0 5Lt 9] JE Al , 3 28 7535 IR St 77 R ARR TR, IF
H IR R 26 STl 75 58 2K /s A9 A i BH FF AN 3R 7R AR AR 18 8 S i 491 o el (1) 45 A1 HES) O3 T
G RV B BCIURE E AN FH T S X £ 77325, B AR IR AR AR I 28 5 ] b HE iR 1)
F= A HE R A T BRI SR R L 55 R ()G 22 41

[o056]  —fEAA LAy %

[0057]  AEHLL T4 -

[0058]  IZMAFLYRS 'S I NMR s UAH (LI VA AR 5 8 GC UM (3 B VA4 5 o GC-MS 58
B g E N TLC s S E & 40 7 (i F Universal V3.9A TAinstrument 43 #7/% (TA
Instruments, Inc., Newcastle, DE)) 465~ TGA. IKELEE N C, Ik K455 4 MPa,
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WA N g, T w45 4 K, Z 465 24 mL, /N 455 2 hr 86 h s 8 5 W45 h EE %
N EAEE N meq S RAEE N Mp s ZEn i B PESE S Ol DSC.

[0059] Gk 1- T 2& -2,3- I FEBRMEES . Sk |- O -3- FIRBR M. Ak 1-
ftdk -3- FBL K M g5 Ak 1- TSk dk -3 F B IR M Bs L Sk 1- WUk 2k -3- A
IDK s 645« 10K e DY S0 PR TR By S A R AR BT L B R 2 T R AR IR (20 %
SO,) « V. B BB & (Na,S0,,98 % ) F1 1A Wil 15 H Acros (Hampton, NH) o £ W6 B8 8 (K,S,0,,
99 % ) 8 H MallinckrodtLaboratory Chemicals(Phillipsburg, NJ). 7K & W i &
BR(KHSO, 01 xH,0,95 % )« W7 %% 8 &5 &1 (NaHSO,) « B T8 B W TR 5. B 49 1R & k.1, 1,
1,2,2,3,3,4,4,5,5,6,6— 1 =5 —8— ¢ fr. = F LA &AL 1- &3 -3- FF LK mge
35 (98 % ) 1§ H Aldrich(St. Louis, MO) . % FR f1 — & FF %c 3 H EMD Chemicals, Inc.
(Gibbstown, NJ) o 2% (LI LM EERE ) A (P LG IEBE) /S A M F1 Y 56
Z. i 18 B DuPontFluoroproducts (Wilmington, DE) . &4k 1— T Z& A JE Kk Mk 345 15 H
Fluka (Sigma—-Aldrich, St. Louis,M0) » PUIE T ZRALEEFIHPUREE ( ZIECE ) SLEs1S
H Cytec (Canada Inc.,Niagara Falls, Ontario, Canada). 1,1,2,2- V4% —2-( LF L5
L) WEER 218 A SynQuestLaboratories, Inc. (Alachua, FL) .

[o060]  [SH & 111 il &

[0061]  (A) &l 1,1,2,2- VUG LEEFRHR (TFES-K) ([HCF,CF,S0,17) :

[o062] [ 1 fifHastelloy® €276 WA g8 A K AR R (176g, 1. Omol) 45
AR (610g, 2. 8mol) FEEIF7K (2000mL) I XHEIT) pH 4y 5. 8. g A A1 4]
2 18°C, HAE 2 0. 10MPa, H H AW BHEZ / WETEH R EE IR 285 W Tk %
AV S L4 (TFE, 66g) , 3 HAF HFAE 100°C, ShiS N A 1. 14MPa. K s b i
£ 125°C, 3 HARIZIR A N ARER Shro 24 TFE Fs 77 B T S R BRI, DL/N IR 25 23 iR (
R 20 A2 30g) MIAEZ ) TFE, DL ERAE S ) REURFFAEA T 1. 14 F1 1. 48MPa Z [F]. 4]
UHTIEL 66g Ji7 TN T 500g (5. Omol) TFE B, M A2 HE, HF HAHI AR 25°C o BRI X
IR pH R 10-11, JBRLIMA RV ERE (16g) , BHZIETR R pH 7.

[0063]  FEHE#E 75 K45 BB IR, SRR K. ARG B ARLE KR T3 (Virtis
Freezemobile 35x1 ;Gardiner, NY) HFE 72hr, LK S BIMEL) 1.5 B % (1387g F
L) o BT BRI B R 1351g. R S AR eI B A8, I B2 25 [ 1R i 1K
S REAMERRE. XA ETED R AR UL A& B HEsiif A emn K,
T A 20 o Ak O SR BR8] A T B, B ok (] 4 (1 Bl st LB, 3 AR AN AT LA
SLFURR AR e FE R B o 3 o P K70 0 T I AR R R, R ) TRES—K i
— BRI o

[0064] "F NMR(D,0) & -122.0(dt, Jyy = 6Hz, Jx = 6Hz, 2F) ;-136. 1 (dt, Jox = 53Hz, 2F) .
[0065] 'H NMR(D,0) 8 6.4 (tt, Jo = 53Hz, J;y = 6Hz, 1H) .

[0066]  Hi Karl-Fisher ji# &I E K7K 5 7 EE :580ppm.

[0067]  C,HO,F,SK {170 AT 1T 84l <C, 10. 9 :H, 0.5 :N,0. 0 SZH 25 5L .C, 11. 1 :H,0. 7 <N,
0. 2,

[0068] Mp(DSC) :242°C,

[0069]  TGA( %K) :fE 367C N, 10 B % PR 4E 375°CF,50 HE & % k.
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[0070]  TGA(N,) :7F 363°C I, 10 B & %1%k ;{E 375°C F,50 H & %2k,

[0071]  (B) &Rl 1,1,2- — 5 -2- (PR LA ) LTHIRPE (TPES-K) ;

[0072] [ 1 fi4 fHastelloy® €276 J W25 25 i A K A B BR A (88g, 0. 56mol)
R ERH (340g, 1. 53mol) 128 17K (2000mL) HIW . K AMAHETC, HEE
0. 05MPa, JF H AWK ¥H7 / WP HEENK. REHIZEST AR (L
JECHEFERE ) (PEVE, 600g, 2. 78mol) , AR5 HohnF#d 2 125°C, by & 3 0 2. 31MPa. ¢
SR ERERAE 125°C 10 /M. JE SRR A 0. 26MPa, BRI R 248 i F HA #1428 25°C.,
FHLR S =4 0 A g i UiiE s, H A R &/KEZE eH=17).

[0073]  Z AR °F NMR 3% 57 A2 40 BT 922 1074, & 7K 2 % B8 A U ME
ARSI IR A A BT BT I e A AT K R R D, B AL DR i A L Ptie .
VIR 1 08 25 3 3 S U, AR5 B B UEAE L 4 (60°C, 0. 01MPa) P45 48 /M) .
FAF K AEEET=Y) (9048, 97 % )

[0074] F NMR(D,0) § -86.5(s,3F) ;-89.2, -91.3( W % /% ABq, J, = 147Hz,
2F) ;-119. 3, —121. 2( W.244) ABq, Jr = 258Hz, 2F) ;—144. 3 (dm, Ju = 53Hz, 1F) .

[0075]  'H NMR(D,0) 8 6. 7 (dm, Jzy = 53Hz, LH) ,

[0076] Mp (DSC)263°C.

[0077]  C,HO,FeSK FITCER Mt 541 <C, 14. 3 :H,0. 3. 5245 H .C,14. 1 :H,0. 3,

[0078]  TGA( %K) :4F 359°C T, 10 & %42k ;78 367°C N, 50 & % ik,

[0079]  TGA(N,) :7F 362°C I, 10 B & %1%k {E 374°C F,50 H & %2k,

[0080] (O) &N 1,1,2- =3 —2-( —HFHEIL) LR (TTES-K) :

[o081]  fil L & Has telloy® C276 [ i 288 AN A K & ERT R AR (114g,0. 72mol) £
AR EREN (440g, 1. 98mol) 1B 17K (2000mL) [ . %W pH A 5. 8. H ARV 4]
£ -35°C, {2 0. 08MPa, 3 HH A WH . B / METEH i EE IR K5 AR
s ip NA g (TIE 2R IERE ) (PMVE, 600g, 3. 61mol) , 4R JE L inF & 125°C, BRIt P & &
14 3. 20MPa. A4 | VAR FEIRFETE 125°C 6 /Mo )RR A 0. 27MPa, LI 2528 10 I
HAEI 2 25°C o AEG, TR B Egh b UTiEd, /e BI85 R aERUKE# (pH
=7,

[0082] %A EAIE R °F NVR I 7R /2 410 BT BB 7=, 10 K2 (3% B A i/ METT
) B2 PR A 0T o s BT IR S VB i e 5 R T IR E 6hr, AREBR K 7K ARG 7E
0. 01MPa 1 50°CF, B F T4 48hr. XFERAT 854g B3% U ) Btk K. H T gl
[F) AN T 2 1) S A MAist B8 A6 K P s BRI e 8 =) 2 S A 2 (R F R 'H NMR ESE ) o

[0083] “F NMR(D,0) 8 -59.9(d, J,y = 4Hz, 3F) ;-119. 6, -120. 2 ( WZL4} ABq, ] = 260Hz,
2F) ;-144.9

[0084]  (dm, J;y = 53Hz, 1F)

[0085] 'H NMR(D,0) 8 6.6 (dm, J;y = 53Hz, LH) »

[0086]  Hi Karl-Fisher i &yl & K7K & 43 H 27 1ppm.

[0087]  C,HF.SOK FITCZ /it 54 :C, 12,6 :H,0.4 :N,0. 0 SLH 45 5L .C, 12. 6 :H,0. 0 :N,
0. 1,

[0088] Mp (DSC)257°C.

10
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[0089]  TGA (&K ) :AF 343°C N, 10 Him %2k 78 358°C N, 50 HE & %1%k,

[0090]  TGA(N,) :fF 341°CF,10 B & %% 7F 357°C T, 50 FE & % it k.

[0091] (D) &Rk 1,1,2,3,3,3- /NE ALY (HFPS-Na)

[0092]  fi 1 I ffHas telloy® C A g i A /K R R (25g, 0. 20mol) \ TR
ZUHh (73g,0. T0mol) FIEESF 7K (400mL) (R AN pH o4 5. 7o AL EI 2 4C,
HEZZ 22 0. 08MPa, 2R JE IIA /SR A4 (HFP, 120g, 0. 8mol, 0. 43MPa) » fEHitE T A28 %
120°C, 3 HAEIZIEE N R%E Shro W N TH 2B 1. 83MPa, SRS 1E 30 0B £ 2 0. 27MPa.
TESE N, 4 A28, IF HA T R 10 HRP HEZS, 3 B AR RN A . S EA T
pH H 7.3,

[0093]  FEFEHE 75 R A% AR ERIK, SRAFVR A A o AR 544 I i [ 4R & T F 254 (0. 02MPa,
140°C, 48hr) H, 353 219g A& K2 | E & % /K 1 A A 7. Fra RS e 2178,
T ot FH AR 2% P8 A5 B T 8 R e, TR ) HEPS—Na adF — 2 453 55 .

[0094] "F NMR(D,0) 6 —74.5 (m,3F) ;—113. 1, —-120. 4(ABq, ] = 264Hz, 2F) ;-211. 6 (dm,
IF) ,

[0095]  'H NMR(D,0) & 5.8 (dm, J;y = 43Hz, IH) .

[0096] Mp(DSC)126°C.

[0097]  TGA( &) :AF 326°C N, 10 Him %2k 7F 446°C K, 50 HE %1%,

[0098]  TGA(N,) :fF 322°C I, 10 B & %% 7F 449°C T, 50 FE & % ik

[0099] ﬁ[ é%f“@@

[ot00]  (E) dil#¢ 1-(2-N, N, N- — FIFLPN LI £ 0L ) -5 A It g b —2— Jfd () X — 3
e He O P i &

[0101] &) #il#% 1-(2-N, N- — AL £ 3L ) —5— AR e —2— M

[0102] 7 400mL $3% & ) Vs 3, SEEA IR £l (18.5g) N,N- —HIZE L iz (11. 3g)
5% Pd/C(ESCAT-142, 1. 0g) J&E. 7F 6. 9MPa [ H, N, {8 ;e N AF 150°C F #4T 8hr.
[0103] 7F Jii 4% 25Mx0.25MM ID CP-Wax 58(FFAP) #: [# HP-6890GC (Agilent
Technologies ;Palo Alto, CA) il HP-5972A GC-MS #& 25 &, i i = AH (i VA 0 dr [
NI T NN AR SEEBEAE R AR, 3R1F GC IR . ZBEIN R SBE R E AL Eh
99. 7%, 3 H 1-(2-N, N- ZHIEH L5 ) -5 FEEMEMS KT —2— B 1= Pk B0 98. 6% .
[0104]  b) #il#¢ 1-(2-N, N, N- — FIFL NI IL 4L ) -5 HIFLMEE ¢ —2— H i fd h

[0105] R iEAT 2454k SN, B aiAb it 1 1- (2-N, N- ISR 25 ) —5— AR LAtk Jo¢ —2— M
(1. 7g) WNE 5g To/AK LIEH, FEHIMAN 1. 69g 1- A KE. fERR T BiZIR SR
s TLC 7R HE RN S84, SRAG R AL G sl . SR BB R O E .

[o106] ) AT IH B FACH R dI 4 1-(2-N, N, N- — I PII G £ 3 ) —5— ALk
ot —2— WAl X — i T et I W i 2

[0107]1  NHFATINE a8 #e MY, #5058 (b) ZREA0 i BV il 26 a3 (1g) InAZIK (5g)
WL BRI LT (5g) o MINAL 25 B 0 = 36 PR B R R I e , 5 ELBH R S E RS R 3
FEA) 24 /NS o FERCETE A 200 73 B I 4 HE R K BRI el of LR k. AR S AT
LLEEARAE 100 CHIE A M AEMA T ICE 48 /NN, DLSRAF B Ak (1-(2-N, N, N- Z %
Pk 2 Ak LA ) —5— FIAENEIE Fe —2— R 00— 9 TR e R E WP i 3 ) o 40 B 2B A B 43 H ok

11
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WFUE iR AR A2 2T AFH Universal V3.9A TA instrument Z3#74¢ (TA Instruments,
Inc. , Newcastle, DE), ABF4380 10°C 3 24 2 AR (7T9mg) MFAAE 800°C 45 RAESK,
B FIUATE R 240 300°C MR FRE I o

[o108]  (F) il#% 1-(2-N, N, N- “ RN 3L 20k 448 ) -5 FZEMEE e —2— B 1) 7 s R
th

[0109] &) ifil#¢ 1-(2-N, N, N- — BRIt £, 38 ) —5— ARk —2— P [ yR £

[o110] g @EAT ZE AL I N, B S ) 1 R A R 24k I 1 1- (2N, N- TR R &
5k ) -5 FILNLME R —2- i (1g) HIANE 5g /K LIEH, FFHIIAN 0. T1gl- RN HE. LERAS
AN BZIBA RIS s TLC /R N 584, RIS b SRR . AR a Bk
L.

[0111] b)) WP B LA Rl 1-(2-N, N, N- — LIRS 2 38 ) —5— ALk
Bt —2— Wil () 7 U IR

[0112]  SHREATIHE A8 e S B, B SE i) 2 (a) 24k S by A il 46 IR 2k (0. 5g) InAH
K (5g) LRGN CEE (5g) o IMALEETT EE RS FHIR L (Sigma-Aldrich) , 2R )5
TN S48 2ml 7K, KRS E R/ T HEZ 24 /N LRI TR 23 B 2, 4 HL FH /K B vk
%o RN . REEFIARAATE 100°CRIZE 2 FEMAA T RCE 48 /M, L3RR B
TR ;3518 0. 6g B FIAK.

[0113]  (G) fil#& 1-(2-N, N, N- — AR WAL AR B ) -5 AR EmEme ke —2- B iR &k
[0114] &) #fil#¢ 1-(2-N, N, N- = I R £ 0 ) -5 A FRnL i e —2— F [ yR £6

[0115] AT ZR B A0 I N, B S8 1 () A A 44 1 1-(2-N, N- ZFE R &
5 ) -5 ISR —2- Wi (1g) INF 5g LK OHEH, FFH A 1. 51g1- 1R &bt FEAS
AT RIRA YRR s B TLC 78 R Y58 4, SRR EAL SR B . ARG R B
LNE IR B T

[o116]  b) #il#& 1-(2-N,N,N- — FIBE R FLa( I £ L ) —5— A BEN e Joe —2— Ml 1) — 98t P S 7l
Rk

[0117]  SHRMTZREAL N, K43 B PR (a) MIZERER 1- (2-N,N- ZREE L3 ) -5 F
SO e —2— fl] (13. 5g) A2 20g LK LIEH, FF HmA 10g1- ¥R kt. ¥iRE W
60°C R 4 /NET o ARJEH =W PR IR S (9. 5g = PR B 1) 30mL. £ i
W) o FIREWAE 60°CRHiH: 4 /DI, ARG AE =W Tl IRAEDTE k. FiREW
BE9E, I BB S AL A CE T 12N, DRI IR G T, 3743 =5 P
BREL, 15 B FHRARRIBE 1o P70 NMR IESE . B PR (1- (2-N, N, N= R R (3
4L ) -5 LML B —2- Wi (1) =98 PR RAIR 2L ) M E%r=2h 13g.

[o118]  SLjfel] 12— T RES — T FEBKIAE4L

[0119] 42— THZ (30g) 1-(2-N, N, N- ZHIIL Py IR IE 438 ) -5 FARnbms e —2- /i 1, 1,
2, 2- VISR LTEPR 3 (5g) v 1, 1,2, 2- PUGR LTEPR (0. 62) JAAZ 200mL PR35 T o 7EH T
R T AL TR ELE 180°C I 6 /M. AR H ASAE R =0, I HRBUR T . 72
PR, o LR —WAHTE N AZ AR, SR M 53 [ N 3 B E0 S, B iR 2e o 2 AHAR ZR . Til
SRR B S T SRR T 10% 1 2- T . JEAHTCH S 1, 1,2, 2- DR LT
. 1-(2-N, N, N- PRI 2 ) -5- MILbng ke —2- Wi 1,1, 2, 2— VUG L hfg ShAn

12
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Ko T H NVR Bl A5, 2- T B R A AL F Al T A2 90% o TITE VRAHAESA AN F], 3 BAE )L
4380 (< 5min) WA,

[0120]  SCJEf] 2 .2- TEES — T IREERAGEAL

[0121] ¥4 2- T (60g) 1-(2-N,N,N- ZIEPyIE2 Ik 438 ) -5 FAEIEmE e —2- 1 1, 1,
2, 2- VUG AR (10g) A1, 1,2,2- VIS LR (1. 0g) AF 200mL PR35 & . 761
FHRG T, A TR EAE 180°C R IN# 6 /NI o FEMNAAGT, A5 LR — AR XAFAE. 4 R
N3 HAA G, BTk AZE i 2 AR R o TRZAHTOHEL 3 KT 76 %6 [ =T ZEBERI /N T 25 %
(1) 2= T I, 3 HAGE vl & 2 B A BEL ). REMHE RS 1,1,2,2- PR L
iR 1- (2-N,N,N- — LT BEE At 238 ) -5 FSEmbg e —2— Wi 1, 1,2, 2- PY4R S Hfiig h
IKUA K2 10 FE 5 % 1 2 T I i E e %o AR T3 AR BRI AL TR KRN 2— T RERY & IF
Him, 2- | AT N 90% o T PIVRAHBOA AR, IF HAE L8 (< 5min) W
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