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2}, ol B2 TFEE A2 &FF0N3] 20 A 30 g) o= FH7bste] & oh=ls oi=f 1.14 WA 1.48 W= {4
itk dd 27] 66 g9 AP FH F 500 g (5.0 )9 TFE7F THEHW, §715 71/\1 7131 25C= J7HA]
Ak, FHEE wEA g &) pH= 10 WA 110, HESol A E (16 g)o] H7FE S8 o] &S
pll 7= kAT

3 H 7] delA E FEHCdA EE AAst] A2 1@ ES AT, oo, nFES T2ARE F¢
Yes dzx7] (e Ze|=22H (Virtis Freezemobile) 35x1; =1 755 7IHy 4&A]) <toll Fo & &S
def 1.5 wth (1387 g = B2 & oAz, AA 9] o284 A= 1351 goldvk. A A (mass
balance) = o3¢l Zlo wj9- 7ppgion, dejd 1PES FROE A3 ozt o w2 AFS M. o]
g F7te WE dx 9Ale AhH-fE WA 2Es AAce oldS JhE o, Wi X o F yeAle]
A= vl (soapy) A= AolaE AP ol AAVIZE v e flon] 2Zhga FgolA &
g 2 HE 7AYol gt

Z TFES-K&= AlSF 55 obAlEe ok &, o3 2 dxe o3 F7t= AAl g3+ Aok
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FNMR (D,0) & -122.0 (dt, Jm = 6 Hz, Jm = 6 Hz, 2F); -136.1 (dt, Jm = 53 Hz, 2F).

MR (D,0) 8 6.4 (tt, Jg = 53 Hz, Joy = 6 lz, 1),

Zr-u] A A (Karl-Fisher titration)ol <& & (%): 580 ppm.

CHOF,SKoll &t ajA1 = A%k €, 10.9: H, 0.5: N, 0.0 A& Ax}: ¢, 11.1: 1, 0.7: N, 0.2.
Mp (DSC): 242°C.

TGA (F71): 367TolA 10% =% =4, 375TolA 50% 55 &4,
TGA (Ny): 363Coll A 106 Z2F <=2, 375ColM 50% &2k

(B) ¥E}E-1.1,2-Egto]EF 0 22-(HEF LRI FAD A FY|o|E (TPES-K) 2] FH4d:

1 A st="dR2o)(F544x%) (276 ¥k =
1.53 &) % =go]24 (2000 m)e] gdo=w =
271/ % = ‘i

%!

O
-
ot
>
e
N
I~
]
o

3% (88 g, 0.56 &), HEFolaabz
715 7TCE %ﬂm]ﬂz, 0.05 W= A7)
2]

= H3ss. Al 29

600 g 2.78 E) 7}s}

F NMR (D:0) & -86.5 (s, 3F); -89.2, -91.3 (AB.2Z3 ABq, Jm = 147 Hz, 2F); -119.3, -121.2 (M B~
'—%1 ABq, JH: = 258 HZ, ZF), -144.3 (dm, JFH =53 HZ, lF)

1

HNMR (D,O) & 6.7 (dm, J gy = 53 Hz, 1H).

Mp (DSC) 263°C.
CHOFSKell gk a2 % A4k €, 14.3: H, 0.3 23 ZAzb: ¢, 14.1: H, 0.3,
TGA (F71): 359CelA 10% & =4, 367CNA 500 T%F &4,

TGA (N): 362CollA 10% F%& &4, 374CollA 50% &%

(C) ¥E}E-1,1,2-Ee}o] ZF 2 -2-(EHO|ZF o2 W EA) o et X Yo]E (TTES-K)<] A

1 24 srdg2o|(TEARE) (276 WHe &7 o3k F 42318 (114 g, 0.72 %), vlgFoladabdF (440
g, 1.98 =) H ol (2000 m)o] &Moo= FA3GTE. o] &de] pHe 5.8°1%0t. &7]& -35C=E I
17132, 0.08 W= A7|ebar, A4 HASSAh. &7]/HA AlelZE 23] o] wHEEgltt. o]olA, &7]d] ¥
FoZ(vEnd oEHZ) (PMVE, 600 g, 3.61 B)& H718lar, ol& 125CE 7Fdstion, o] AlfdA UF-
22 3.29 oStk ¥HE 2EE 6AIF w9t 125TCTE fFAEltE. bl 0.27 R AstEom, o] A
ol &71& S7IstaL 25CTE WAAZth. oIk WAEW, d3te AHdES] WA A AdEe] FAEHA

W, 2 fell= Ao TR FE 0l = 7)°] AU,

3:‘4/-\
—

N
)
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[0082]

[0083]

[0084]

[0085]
[0086]

[0087]

[0088]

[0089]

[0090]

[0091]

[0092]

[0093]
[0094]

[0095]

[0096]

[0097]

[0098]

[0099]

[0100]

[0101]

[0102]

2IME35! 10-2010-0061830
ol5t) ol dAH o R &=43F Y, ol YA Y oJAHAVF I Fob Eof dol AA7] wEolt).
“F MR (D,0) 6 -59.9 (d, Ju = 4 Hz, 3F); -119.6, -120.2 (A B2Z2 ABq, J = 260 Hz, 2F); -144.9
(dm, JFH =53 HZ, lF)
1
HMR (D0) & 6.6 (dn, Joy = 53 Hz, 1H).
-3 4 HAgol ot & (%): 71 ppm.
CHF.SOKO Tk sl A A2k ¢, 12.6: H, 0.4: N, 0.0 A& Az C, 12.6: H, 0.0: N, 0.1.

Mp (DSC) 257<C.
TGA (F7]): 343TColA 10% F &4, 358TColA 50% = &4,
=% =%

TGA (Np): 341CelA 10% &4 357CAA 50%

D) 2F 1,1,2,3.3,3-8xZ2oaxagdd Y o]E (HFPS-Na)2] 34

AY HrAR| (FFYHE) C U 8712
1 O

1 T ol gIUESR (25 g, 0.20 &), ToFRAUEF 73 g, (0.70
) ® go]F (400 m)o] &4 =

2 Fdskyltt. o] &9 pli= 5.7, &71E

- =

0.08 I® A7]8taL, olojA dALZF eI ad (HFP, 120 g, 0.8 =, 0.43 W) o2 A3} T}, 715 it
o}Dm 120CE 7Fgsta, 1 2= 3AIZE &< FASAT. d¥o]l Hd 1.83 = FSHALH, o]ojA

0% olulell 0.27 W2 Z3tE A, wixwez | 8715 YZA 7|, @ol & HFPE B7iAzed, W&
éii HAsgoh. HE &4 pHr} 7.39| AT},
A Y] AoA HF AEA ES AASY e n¥FES AT, olojA, 1PFES AT LB
(0.02 Wa, 140C, 48 hr) el Fo] ek 1 wt%e] E& 3 WA u¥dES 219 g YA, A4 1F&E
o] oAl A2 217 golth. X HFPS-Nav Al¢F TF oMAlEel o3t &, o7 9 dxol o3 F7t=
AA 2 FgE 5 ot

FNR (D,0) § -74.5 (m, 3F); -113.1, -120.4 (ABq, ] = 264 Hz. 2F); -211.6 (dm, 1F).

1
HNMR (D,0) & 5.8 (dm, Jm = 43 Hz, 1H).

Mp (DSC) 126T.
TGA (F-7]): 326ColA 10% Z3F &4, 446 TolA 50% 3 &4,
= %

TGA (Np): 322CelA 10% &4 449CoA A 50% =

o] 24 NA] Az

(E) 1=(2-N.N.N-to]rg Z 2 Aojn] o &) -5-m-d] Fe]d-2-20] HX-Edfo]E o mrgdiolne ¢
Az

a) 1-(2-N.N-tjo|dqeojn] o & )-5-r el -3 Z] U -2-2 9] A|x

od d=gvlolE (18.5 g), N N-tho]w gl

o & &l
E
2E 400 m¢ NE7] FH wFrol A EsH3 EP. g2 150TCol A 8AIZF 52 6.9 Wa®] H, shellA 5=35}3

HS 2 9 AAES 25 x 0.25MM ID CP-2+2 58 (FFAP) A#o] tujE, HP-6890 GC (NHHE €HIAEZA A
(Agilent Technologies); ®]= ZBEE Yol T8 AE A3]) % HP- 5972A GC-MS HZE7] AolA] 714 aRvE

gz FASRT. 0 &S UFE XFo2A HEA Y oHZE HIlste At oY #HEWolE
A8 99.7%3L, 1-(2-N,N-t}o|mEoln| o] & )-5-m e -3 2]t -2-20 tfst AAHE HE&-2 98.6%31 ).
b) 1-(2-N.N.N-tfe|del T2 Foln] o &)-5-m - 2 H-2-&2¢] g ortolt o] AXx

4218} wb-g-& fsko], GAlE 1-(2-N N-tho]rdotn| o d)-5-wd-v] Ze|d-2-2 (1.7 g)= 5 g¢ = oAl

_10_
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[0104]

[0105]
[0106]

[0107]

[0108]

[0109]

[0110]
[0111]

[0112]

[0113]

[0114]

[0115]

[0116]

ZIHSd 10-2010-0061830

EYE- ¥, 1.69 go 1-8S=IZRVE UMt o] EREE Ah F97] sl ek
SEAIZLAL; TLCOl olshwl wbge]l ¢hmdl Aoz uswow, 4x Ry dgwe ffre]m o]
AAEAG. olofA, MAEUE™LS g stol AlAsAH.

G- Fed-2-2 o] HA-Edjo|EF o Ry

c) Lol w3 93 1-(2-N,N,N-t}o] el 3 2 Holu] -0 & )-5-u|

ol wNk wheE flstel, W@l (b)e] 4Ahs wkoolA 4" setel= ¢ (1
J

%, dEe (6 92 WANUL. HAFEA Fo| wA-Edo|FRe EFolulEE Hrhsta ERES

oF 24413k Bok Ak shol WuRITh,  LAA-AE Age] Belw Fol shiel BYHUL, olF B2 AW

AHSAI; A5 Al mehled. olold, edA-dE AAE A sel 48 A7 Bk 100T 2 o

Fola] o] @4 A (1-(2-N,N N-Cho] W] &3 2 opn] veol €)-5-w G-3] B2 l-2-2-8] W] A-E o] HF- 0 2| ek
3

AEom= )& Ath. uSI o] 5= FAd gsA ol dAA dHAE AT FUHA
(Universal) V3.9A TA 7]7] EA7] (g]dlo] AAEFH= <17 (TA Instruments, Inc.), Wl
MNE 2A)E AFEEle], o] 24 A (79 mg)E 10T/Hoz Hu 800C7HA 7FEadnl; Axes oA A7}

FHh oF 300T7HA] Zaflol bt Ao = ekt

(F) 1-(2-N.NN-thol &l % 2 ol o &)-5-v &)-5] S el el-p-2 o] ANEFO 2y so]E0] Ao] A%

a) 1-(2-N.NN-tlolH & Z & Holu| - o &l )-5-Hel-u] S| t-2-22] HEnjlo|l= o] A%

4213} Wk 9Jslo], Ao 104 AP, AAEY 1-(2-N,N-tho|dHEolu| o8l )-5-Hel-u Zgd-2-2 (1
2)S 5 g9 AX olAMEYUEH Y, 0.71 g¢] I-EERIZAS AT, o] EFES AL B &
A shEdr BFAIFAL TLCo| 2J8tH whHgo] gud Ao YElwow, 43 dRF 3FEe HIZulolm $o]
AAE T, o]olA, ofAEYERS F Fol A AT

b)Sole w3l &3 1-(2-N.N N-tlo|dgd T2 Foln o &)-5-HEl-T| 2 U-2-2¢] FXNZZ QI EAFo|E

gol & W W Askel, AN 29l 4345 W3NN ARE nEIlol= G (0.5 9 B (5 ol W
9% A, AAFER GO M A-WAEFOR T AAE (A b2 = A (Siga-

Aldrich)E #H7}sta, olojA F7t2 2 me] E& HUista, EFES 9F 24 A7F &< 2A& st wyksqint.
2EE Fo] el FAHIUL ol EE AwE AFHYL; A45E 7Hs oAt olojA, YA oA
AE 215 3ol 48 AJZF &< 100C 22 ol FolA] o4 AAE AAIL; 0.6 g2 o] AAE AU},
() 1-(2-N.N.N-tjo]H gl HEloln o &) -5-HE-T Ea|d-2-22] HREulol= o] A%

a) 1-(2-N.N.N-tlolH g HA el o}lr] o &)-5-HE]l-u]| S H-2-2 2] HEnjol= Ho| AX

143 g gste], AN LA AR, AR 1-(2-NN-theldojr o] &) -5-vD-] Teld-2- (1
0% 5 g9 A% MEUEL ¥, L 151 go -NERAVS WA, o EFREL Wa H9)

| W BRAZAT T 3 wgo] $hEE ACE vehgor, 4% g HgEe HEvtels
gtk olojA], ohEUERS ¥ st Az, o]&4 WA AT,

b) 1-(2-N.N.N-tfe|mdsidotn| o &) -5-w e -y Fe|gl-2-2 0] Egjo]Z Lo amddIyolE ¢ Ax

[<)

4213} Wb 9)3te], WA (a)oﬂ A Az, ZAR 1-(2-N N-tho] v opn| o g ) -5-w e -F] E H-2-2 (13.5
2)e 20 g9 Ax MHEYEZR ¥i, 10 g9 1- Hit’ii-&é 271kt EEES 60Tl 4 AlZF B¢t
7}°ﬂok°ﬂﬂr 101*1 ZE Ea}o EHolEE oMEUEH 7t (30 me] oMMEYEDR Foll 9.5 g).
RS TR Aol A obct” TR, BEspEEe] st %'E?}%%
= 3L

o
SEEIE P WYL AF Aol FolA guE AU, EFEL Az ErelEFon
MEAEH =S ol&d el FoleozA ATk AT NRE Helshgirh. o4 %Al (1-(2NNN-
chol i dobn] o] ))-5-v g-5] S 2 -2-20] EdtolTFo2AUATICIE D)) HE FEFL 13 gol3d
o,

AAE1: el oz ofolatEgel AT

Obol 2R (30 @), 1-(2-N N N-thol Wl e 2 aopr] ol &) -5-vl W-5) B2l -2-& 1,1,2,2-F| EekE 20 20
BUTOIE (5 o), % 1,12 2-HERETLRARLEY (0.6 9 200 ot AF7] Fuel Yk o] Fu
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5
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H

e
[=)

o

o

=
25

7 FE2 thol g o

3}
A=

wehg

4

1,1,2,2-HEZ3

1,1,2,2-HEZ3

-2

g)-5-vg-vEed-2

L
a

= go}n

oH==2] ofo]

hy A

1-(2-N,N,N-t}o| W&

AAY 28 tho]

[0117]

-2

ay

o}v] 1ol €) -5 €-3] 2¢]

B

olo] ¥ &S (60 g), 1-(2-N,N,N-tjolH&

[0118]

tol oF 10 S

ol o &l )-5-1

hya)
=

=

3L

A Tl o

Aol 3

ol

200 m
-

[e]
3

=

=

(1.0 g)
, 1-(2-N N,N-t}o]m &l
o]

F

A
Qi

z
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