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5-E %fﬂf‘s}"ﬂv} f‘fMﬂ 200 m¢ EHe] WE FRI)=F ARt 4 FoRFH AHdES FEIUTH
e §7] FZES 5 x 100 mee] IN HCL, 1 x 100 me] X3} $4 FEIEF, 1 x 100 Mo =go]2F2 A
2 3haL, o]olx ?—# gt adlgel A ARAZHY. olojA, ZFQRIIERYE AHES FFHo 28 AA
ol o] FlEZRMEE 3 U9 i vl Aot (b.p. = 184T, 25ColA e Uk = 1.5706 g/
m, =% =99.5%). AAHEY FEE GC/MS 2 NMRe 8] F5Art.

AAY 3 - H]2~(2,2,3,4,4,4-FXEF20E) JtEHY0]EY Ax

2,2,3,4,4,4-AAE2F 0 2 HE-1-2 (140 g, 0.76 =), I (120 g, 1.5 &) 2 wEd F=2go|= (150
m)E 1LY 37 Fvte Sz JlodlA =S8tk o] E¥tade SHEE wRk 7|5, A, "ot 2

o), S S5, /U B £ % As dele Fulsgt. Egelxadl (40 g, 0.13 B)S 150
weel W9 FRetol= Fof galAa, W7k WG Fal LEsk0TE ReA @A s SEz Wik
Gt A AL gRHN, EFES s Ao LA SSlt. clold, W ERES 250
w44 Qelgmion FUAAT. oo, MEd Fzdels A4E 42 4 Fomve Reassn
shubel 200 me ole] WA ZRelo|=E Mgl £4 HOoRWE YYEL FEAAL. W 4] FEE
S 1 x 100 me9] IN HCI, 1 x 100 m¢] X3} ¢4 FEUER, 1 x 100 mee] Zol 252 AH3tar, o]ojA F
F kgl ARARG. olojd], ErostenuelE ARES SR o8 gAsgE, o A=

Hulo]EE 23R o Hi v AEoYUtt (b.p. = 197C, 25CHAe W% = 1.6302 g/ml, =% =
99.7%). 1 TZF+ GC/MS 2 NMRoll <& &elslit.

31719 6709 AE (AAd 4 WA A 9= H&
Aoltt,

Ao 4 - 1]22(2,2,3,3,4,4,4-FEFEFERE) JtEH YO EQ AX

r o
E
OFO
oft
tlo
R
rir
po)
o
fru
£
)
R3
)
2
o
e
0¥
=
o
oo
e

2,2,3,3,4,4,4-FEFEF L2 HE-1-& (152 g, 0.76 =), dd (120 g, 1.5 &) E dddl S=Zo]= (150
m)E 1 L9 37 Tty Sg2aa JolA 2FsIgitt. o] Fgtade eHE= wRk 7|9, dH, Hh 7
7], A §57], C0/dEd F8E = 2 dA fG9lS Stk Edgfo]x 270 (40 g, 0.13 #)& 150
me] e F2aols Fol gaiA7|a, M7t Aur|E T 227t 0CE 2H3HA & ke =2 HUls)
Aok, Ak My dREd, EFES AP Ao A . oo, ws EFES

23 g AstdRgoR FUART.  oloA, WEd FR2geln AHE A4S A JoRFE 5.
shibe] 200 me ®oe] v FREGEF ANt £ o RFEH AHdES FEIUT. I &

S 5 x 100 m<] IN HCI, 1 x 100 m¢9] %3} 4 FEAUEF, 1 x 100 m] Bo] & AH3aL, o

g ekl A dERAT. oA, EFLEIFERYCIE ANES FTFHA o GAd=d, o
HuylolEx E3E e Ha uF ARt (b.p. = 167.3T, 2TolMY WX = 1.6444 g/ml, +£% =
98.8%). 1 T-ZE GC/MS 2 NMRel o8 =Helslgit).

A 5 - U] 2(2,2,2-Ed}o|EFQ RoE) JtEWYo]ES] A&

2,2,2-Eg}o] ZFQ Zo|E2 (76 g, 0.76 &), Jd (120 g, 1.5 &) % wgdd F2go|= (150 m)E 1 L



[0060]

[0061]

[0062]

[0063]

[0064]

[0065]

[0066]

[0067]

SES061 10-1494937

ZetAde eWE=E nRk V), IR ﬂﬂ Z 7]
27 (40 g, 0.13 )& 150 me2] wWE

ﬂéi}%ﬁﬁgi TEAIFT.  ololx, HWEWd FRol= ANE S FA AozRE . sy
200 m¢ o] WEA FReo|=E ARGl 4 FoRFH AHES FE0UT. T

100 mu IN HCI, 1 x 100 me®] X3} $4 FEAUEF, 1 x 100 Mo &o]esa AHsta, ojolx T4 3l
uhLu| el A 741%17;’1@ olojA, ZEeBIIEHY] 1E AWAES F/HA s AA=d

Ex E3E e Hz vlg AEoAdt (b.p. = 118.5T, 25ToAMY ¥UE = 1.5679 g/ml, <% = 99.5%).
I GC/NMS 2 NMRel o8 EHelaleditt.

AA 6 - dE 2,2,3,4,4,4-FAZF22HE FtEHYO|ES] AZF

0/ x5 o]&ste] 5C WA 15T %ol A% 1 Lo vt Seh=a WolA 2,2,3,4,4,4-3XEF

QEFE-1-2 (184 g, 1.012 &, vl mjAFAM=F Y= 8 249 BH’H/\H AL A A] 2~ F/]H]E]E(Lancaster
Synthesis Ltd. )EZ%E ¥47153), Effolodolwl (102 g, 1.008 &)  HE-t-3d oHZ (350 m)S %
gteto gy old 2,2,3,4,4,4-AAEF QO REE JZH YO EES xﬂi—a}gi . JdYEEaxEdoelE (100 g,
0.92 )& 5T WA 15ClA X4 Zﬂg]ﬁ A7k @“ﬂ7]§—r1 wEkE 3o HUbERltE. AEEREZXE
HO|EE 4A17te A H7Fseltt. A
o2 7233tk o]ojA 100 mee] %—%#% ey %@%oﬂ Hotet
m T HE t-5d dEHZ2 F 9 =
2100 m¢ N IN HCl= AlF st
S o)gste] £ FHol sl AASA

AAe] 7 - El-2,2.3.4,4,4-FASF2HE JtEHYO|ES] AZE

nl_,
EL
N
)
N
)
e
il
ﬂ
r-”é
olo
(o
ot
il
o ¢
i
N
)
Lo
—
(@)}
>,
N
N
i
O
0,
El
o9
T
o
o
>,
fo

A2 Zd (flushing)¥al, 724 Z28  FdolAl(Claisen) oJHE, A7) wyk vpo}, w2 %7] o

A7b 2ozl e Abd e 29 500 me Trbe FEked WielA, 2,2,3,4,4,4- 6‘14ET¢§$~%—1——%

(90.00 g, 0.4943 &, vl vjA}FAH=F %4 g Ao dAEE AAAE GrEERYY Ye7hed), Ed

oldlgolyl (62.7 g, 0.6196 &) % WiE-t-¥& SJEl= (200 m)E ZFaIAF. 22T 571 —%E 141, 13

of A4, H7l ZAur|2RE, WPFRRI2v0lE (64.12 g, 0.6678 B)E H7lElivt.  H7b B¢ LEE

60C= ettt wkg Fob M JdEo] LAY, HEIREZI=vo|ES Ut dn F, whg EF
1 3 3| d

E3ES wuksbHE A, 200 mee] 1.023 N HCI 2 300 mé
. A" 2B T Aow Bddu.  H7] A4S 400 mee)
B s o2 A, #7] A4S @448 38 EAA=E
39 Fek AFstdnt. tiziet 2 151.2 WA 153.0TC9] = 2XolA, A4 sholA, BE FHol o8 B4
S FREAT. AAEES GC/ANSel o3l EAsG e, 2% GC-FIDo| <3t¥ 98.9 %= SAH =T},

2AAd 8 - oE 2,23 3-HEHEFETZY 2 HYO|E

5
2,23, 3-HEZGEZFRITZA-1-2 (121 g, 0.92 =), Igd (76 g, 0.96 =) L 350 mle] HE-t-FE ofg
25 1LYy 33+ T J‘E]—/\ﬂ Yol A 23819, o] Zehaa= omWsls wuk 7|7, dA%, A7 2
7], A =7 2 Az A w2 (bubbler)E THIEAL. 4 = UolA 1A 0,2 Ab&Ete] Hle Z
gas 2 FASST. AHF 2ar)s S8 uke EFEY 2rUt 0CE 2dekA o ste HxE 4
HIFRR¥EMolE (100 g, 0.92 B)E A7lslde. dw 3
FES 100 Mo B2 FHAAY. B PRS2 x

A BTk, olojA, wkg E3 00 m¢ 2N wE t-Fe o
HE22 FEUc. @3 f7] FEFES 100 mee] IN HCL 2 100 mee] 2 AHeAt. |ulE 3|d S
93] AAst, AT A (concentric tube column)S o]§dtd B ZFHo i JIEHUYOEES
AASATE. AAAEY FRE GC/NSO o& Felstglom | GC-FIDd 93t +5+= dst= 313E29] 99.05%%th
A 9 - 2,2, 2-Ed}o] 2228 e sl Hyo]EQ AX

2,2,2-Eg}o] ZF . Zo kS (105 g, 1.05 &), JF&d (87 g, 1.1 &) % 300 me] og#dll F2efol=5 1L
9] 37 b EEksa LHOﬂ A 2. o] EEaas eWsls wRk v, 4%, HU 2], 4

_10_



on

£501 10-1494937

2 &7, 2 Ax Fa HEYHE et Ax ofo]x/oNE FE AMEStY] W FEtaAE A #
Aste] LEE -20T WA —15°Cﬂ e E fAst. #H7F Z2urls i 2%7F -20C WA -15Te] HeR
FAGA e SR WESERFEWolE (100 g, 1.05 B)2 F7slgit. dd mdZzazanoeEe
77 gEdEd, i EgES N—Mi 7FEEA ST, olojA, WhE EFES 100 me] EE FHEAZAT.
el FRdols fog BRRE Bsti, 2 x 100 me] INHCIZ AZstqrt. g FRelols=g 5%
of o3 AMAstAL, FAF AY A BEH FHE ol&ste AYES AASATE (b.p. = 90.0T, % =
99.7%). L = AL GC/MSe 9§ s

[0068] HlgQeko] =%

[0069] H7l Aw wolg] 2 (Perkin Elmer Pyris) 1 Alx} FAF AFAI(DSC)E AHE-ste] mALF(Cp) S FA4sAT. ¥
2 v g WS AREsle] AZo =

T S48tk Wl DSC M, Abbelel(Sapphire) A& V1%
sho "3-Alt W ARgdgit. ¥ e 4R =
240 4o A&l kel wAH I

[0070] -20CoA Zdste] 20C SwoZ E&%F dol"HE Fsta, 7 20T 714 HH Y A& oA H= ”EH
dlo]E] (transient data):—z g3t7] YA 7 7rE "9 F3he shve 48% #he Hasiglt =
(crimped) &FvlH DSC # (3 AE M)o2HE] YF H 2 TS Yeie, BE7] 485
o

o[E17} oA 7] Al Atk &k

o
o o:
A,

[0071] [ 1]
slol R EF e RIFE A G
H A4 /g K)
=5 mlae] 1| AAle] 1| Al 2 | AA] 3
(C)
-20 1.032 1.228 1.258 1.200
0 1.063 1.246 1.283 1.226
20 1.096 1.268 1.311 1.247
40 1.119 1.286 1.339 1.298
[0072]
[0073] [2 AFE A FA9 3719 AAl Fe| (A 1 UA] AAd 3) 9 she] vade] v d g

xTo =
tolE & L}EWJD}. g 12 v= vdielE AJE £ A9 2289 HAHY(3M Company) ZHE] =]
(NOVEC) 7500 &€ FA2 d47ls3 AlTE Solm2ZF o 2oHl2 3859l CFsCFoCFoCF(0CHCHz)CF (CF3),

oJct.

[0074] 2 e W B HAS BlofuA] fak kel gk thgdt W 85l ol FixtelAl WwstAl 2 A
ofth. i WS ANl e dAA AA G B AA R FEeiA Algete s Aol oy, Teg
Aale] B A B 2 gAACA Sr1sk o] A S Twelel st Adsles 2wl Wl

s} @A GA ez AAETE ZS olsfstofof gt
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