ZIHSd 10-2016-0044275

G (19) thgt?l=53] % (KR) (11) FANE  10-2016-0044275

(12) N5 FH(A) (43) BALA 201611049252
(561) FAES =7 (Int. Cl.) (71) &¢4<¢
CO7D 323/02 (2006.01) C08G 65/329 (2006.01) 73| g LH%%!%
CIZ2N 15/88 (2006.01) A7E 824 71E Aoz 1732 (HHE, 4
(21) E9HE 10-2014-0139075 3 oy 8ha i—zﬂz}}jﬂilﬂ)
(22) 4L 2014310¥159 (72) &gzt
AAP AR 2014310815¢Y Al |

] 7133 ol@ =20 86-7, 1075

10015 (A%, eHIA AR E)

X

A7|% LolA 7|E HAu R 1732, AU

ZAAH 2 AL (*12&%)

o] A=)
(74) Wl

Qta 9

(54) B ol ¥A 2944 FE8& A5 L olE olg] AZWE E o]F o83 F&FEHY

(57) 8 ¢F

B ot 294 FE8 A AHolE F7t=dl 18-A8e-6 JHE FE=A 3TE, o] Az © oS o
43 FEFEUHS ATy, 2 dyge wan, 2dA £ 2 7] 18-TA#E-6 dHE fFEAE o]&35td
WAL oA E e WAMY HVIE U 95 AR, 53] Age AAHY dAgHer FE2T 5 o).

o F & - =1

a
[G DT‘:> o, HztaY




ZIHSd 10-2016-0044275

(72) wrE =} uha3
a4 ANE $9A ABT AWER 33, 432F 15025
A7 £9lA] & dodue 1732, A3|dsn (55, AYntSidoldE)
TAAH 4Y (HHE

A LfFHE 20140012
3

53 v 2f 3z 3} 55

AT A7 AT A

ATFAG DA AT 7Nk ALY

A A 7 ZAAFANE o] &3 AAY AT
7] & 1/1

T Ao gkal

AT71%E 2013.12.01 ~ 2014.11.30




ZIHSdl 10-2016-0044275

g Al A
¥
271
sk7] ghsha] 12 BAIEE 18-F8-6 olH 2 A s
(38t 1]
o™
O (o} R
L
o A
371 g3k 1094,
R& -CORy, CCo &4 T -CHOR0] 3L
Ri 2 R 22 /A 22 CrCs E ol
AT 2

A 13l Qlol A, RS -COR Q) 18- &}2-6 U= F5A 3gE.
A2de] QoAAA, R C~Cs &< 18-TAgt2-6 dH = F=A 33E.

A3gko] glojA, RS 2ol 18-HEk$-6 A HE LA 3.

A7 5

Aol 2IM, R CCs 42 -CH0R,Q! 18- 886 olHZ F=A 3=

7Y 6

A5arel] 9loiA, R Z2HEQ] 18-F -6 olH2 A F=.

ATE 7

A58 QlolA, R wlESl 18-Aeke-6 o2 =4 38E.

AT 8

A1l dolA, AA e 2UA FEHY FAE o)&3 FEFEC AFEEE 18-A8e6 oHE F2A 39
=,

7% 9

at7] speha] 29 SHgE ¥ RCOX ®= RC0.0R S ¥HEAIA 3171 318k 1-19] &S Axshs vAE 23



ZIHSd 10-2016-0044275

g7) spetAel A,

R -COR;¢] 3z,

st7] sheby 29 B2 It RX E= ROCHXE WHSAIA 8h7] shebd 1-29] sigh=d Axsh= dAE
18- e}2-6 oH = F=A| sEe] A=,

[sheh4 1-2]

[
i)
o
o
rir

g7 sFek el A,
R% CQNCG OEL?E] BE}\_:_‘ _CHQORQO]J—I

R CCs & olar,

X= sz, Ts0 H= MsO ©]t}.
A7 11

(82) A7) &4 AEo] A7) 18-aAe2-6 oHE 59 Ao
FEZE

&
Al Seld o RS Y] vFE=da Y]



10-2016-0044275

5

=

=

H

e
=)

p.
o

il

71

A
K-
4
it

ol
jo
;OD

2]
i

uhsl v},

i

k)
w

o4 Al

2y

I
o)

71 8hekA 1ol A,

2

S,

o™
11
113

R, Ry % R= Al
11

ATE 12
AT 13
AT 14
A% 15

jang
,&.E

I

2]

Fo18-=18)

pal

173

A
Rl

L
o

= A8

ey

HEgto g d 2 5A (NEt,PFOSA, perfluoro-1-
2zt

tfu] 10 WA 100

=]

RLN

3

Ey
=

fan X
i=

o]
= =
1

LU

SER

octane sulfonic acid tetraethyl ammonium salt)¢®

of JjA, 47] 18-

o

[<]
b

[e]

o,

S,

AT 16
A15
AT 17
A1l

153

ol Hr
7] & & of

[0001]

)

o

-6 oH =

[e]
RN

2] =

o] Ag 23 A}

o AP WA 31715

Hl 4 7] &

[0002]
[0003]



[0004]

[0005]

[0006]

[0007]

[0008]

[0009]

ZIHSd 10-2016-0044275

of HAFI, &uj FF AMREHE fU|&ule FF FAFAR A A&l Ag @ AoE T dA)
$HE FE 59 9AEAY BopdA FEA AFREE LYol EAE A(phosphorus)Zl 8EgESQ EFEE s
#H o] E(tributylphosphate, TBP)7} dubxeld], 47| 3B ErldAolnz HEHog ZZF4 A7 94
E=2 He EAHEe] Ak (M. A. Maheswari et al, Talanta, 65, 735, 2005). w&hA, A7) A IJFES o
Ast7] s B2 AF7E o]FoAx gtk (G. Thiollet et al, Sol. Extr. Ion Exch., 7, 813, 1989; E.A.

Mowafy et al, Sol. Extr. Ion Exch., 20, 177, 2002).

+ <<=[Hawthorne, S. B., Anal. Chem. 62:633A-642A(1990)]° <l 71&=H 74,

549l %%%UHEH FIE TS ol stk 53], olistgas A, =dA el
131, F2d9E Hl&o] diior A, #F54d0] U= z

stk ol itk tﬂraw, olabgletay wWlFH 2 AFFU 2 [MNclugh, M.A. and Krukonis, V.J.,

Supercritical Fluid Extraction: Principles and Practise, 2nd ed., Butterworth-Heinemann, Newton,

NAL993)]0l olsl 71 wish gol, RANHY FE& A WA FHE Wolskn, o Pope] ATE &

WA A8 Foluh,

SHAIRE, odtsteo] WS4 =YA AAS UiF-Ee] =S4 24, 124 =4, o, 554 =4 W &
aiidel A deojA 7] el FHsA S&HA Feka gtk o3 FAE FHeky] s, olibstea
A A7l AFTd SA BHY oA &e AWS @A ATE AUGEAE Mg Al

s

webA . Z7lol= 7)o NEE AMEAAS A olitstd g AMEGdARE ARE stele =9l o] FolA]
3! (Consani, K. A. et. al., J. of Supercritical Fluids, 1990, 3, 51.) o] IHA, %<

of A& 7beet stgEe] 7 A delAal, A B2 A amelA olitste s el adHow &
slEle], AWMEEAR AHETFsE steEel AEA ANEE A AN, opH A AR FhehEol] =gk o] A}
Loy ¥t (Woods H. M. et al., J. Mater. Chem. 2004, 14, 1663. Desimone J. M. et al., Curr.
Opin.Solid. State Materi. Sci. 2001, 5, 333, Johnston K.P et al., Science 1996, 217, 624, Harrison, K
et al., Langmuir 1994, 10, 3536, Liu Juncheng et al., Langmuir 2002, 18, 3086, Eastoe J. et al.,
Current Opinon in Colloid and Interface Science 2003, 8, 267. Lehmler, H-J. Chemosphere 2005, 58,
1471. H-S, Hwang et al., Maclomolecules 2005, 00, 00, D. Bonafoux et al., J. of Fluorine chemistry
2001, 11, 101. Eastoe J. et al.. Phys. Chem. 2000, 2, 5235, Lee Jr. et al., J. Phys. Chem. B 2001,
105, 3540,% Liu, Z.-T. et al., Langmuir 2001, 17, 274)

a8y, 71E9 AUHIAAELS MAls LP9EYS e MAMS HI7]E U o AEdE o deEAd Jde
A (Cs)E FE3= T80 "ojxle= EA o] dth, Alfee QAo o] == -, o Wiy s dor
Fornz "Wy HrE SOoRYH Alg FE5Ho] Hold Bdo] sfute] @ FEo] AlFE T

HY7| e

£57%

(5374 0001) distilsr 55533 HE A10628915%

(534 0002) distilsr 555335 A06753563%

(B3&d 0003) Hetls 55533 R A0730021&

(534 0004) distilsr 5535 H A0768121%

(B3&d 0005) detls 55533 R A0893383&

grg ol g

sl = A

2 oage] B A4 A4 oA =Y FEAES X § 9oy, 53 HAgs T 5 e A



10-2016-0044275
A &3},

5

=

=

=

A=}

=

H
shet

e
[=)

A

-6 JdHZE FEx

[e]
s

18-=2

L
o

COR & 4= Q.

o
-

171 &t

TA el WEE, R

st

°

T?T _CORl , CZNCG
arele) o
714 vk

3

i ZAuelE gieg AFshs ol
18-F&2-6 JEl2 =4 3§E

B2 HE 8
7] Bk 1ed1A,

Aol E s

e

R

[0011]
[0012]
[0013]
[0014]
[0015]
[0016]
[0017]
[0018]
[0019]
[0020]

[0010]

—

e

)|

[0021]

st

°

el 7V v

| —CH.0R,%1 7

st Ed, Ro

[<)

Aol 714 A

)

-6 oH =
Ao} sleo] =2 FE(18-I -6 oEH =0

3peha] 19 18-A k&

Wy ue

£

& 1ol =AlE kel e,

[0022]

-6 A HZE FEx

[e]
RS

2 8

o] 18-}

=
i

A el
w

7

i

k)
o

-6 oH=Z F

[e)
=

[e]
RS

)

g9 (18-

[0023]

el

131_

=X
==

7l sel F

d7t s

we &

do |

< YEhdn, webs, 2o

b

]

L

oM AREHYE A AelEAS] A
z

] Al (Cs) el

<

E

o AN
1 hl

=

HEb

[e)

o=

]
Al sk

&

dr

AR e ool A PALY

o
=

o
T

-6 o H =

[e]
RN

o 54

o] 18-}

LS

=]
gl

=

=

R1C0.CORy

L

.

171 skehA 29] shghEat RCOX &

[<)

-6 HE F=A sEo Al

k|

]
RS

ls

4= At
=z
g 7r=0l 18-z

of o FA el ut

3ol A}

[<)

-6 JdEl=2 FrA S3ES A

pu
L

],

[e]
A

at7] 3hsk4 1-1¢] 3}

[<)

18-
Al A

i

[0024]
[0025]
[0026]



[0027]

[0028]
[0029]

[0030]
[0031]

[0032]

[0033]

[0034]
[0035]

[0036]

[0037]

[0038]
[0039]

[0040]
[0041]

[0042]

[0043]

[0044]

[0045]

[0046]

[0047]

[0048]

A7) shspajol A,

R< -COR,°] 3L,

gl o FAde] mEw, 2
ab7] shehy 1-29] SgHE s Alxshe

EERREY

ly

7] shEA A,
RE CpCy &2 E+& -CHO0R.©] AL

Rg“i‘ C2~C6 ?——_}-Z——lo]—]—ly

#7000 whe

=)

=

& 9.

o] 18-8ke-6 H= FA 3}

_8_

o
&
=
>~
[t

ZIHSd 10-2016-0044275

T

= ROCHXE WH-S-A1 A



10-2016-0044275

;!

=

=

H

0
=)

3;‘:11—

3}

-6 olH= FrAel Aol

-6 JdHZE FEA

[e]
e

[e)

= 18-
7] 18- g+

L

}6]—

X %}o]

d

A
T =

[0049]

Ay

Al
A

olbahEraTE Thg vk

(84) 271

ol e},

ul
=

[e]

.

A
He A

i

k)
o

BE}C—_‘ _CH20R2 O] al

3

o]—?E

I
o)

7] BhekA 1ol A,
TEFEUNAA 1 FE A

o™
COR1 , CZNCG

0]
s
9

R

[0050]
[0051]
[0052]
[0053]
[0055]
[0056]

o} d(Fe), 78 (Cu), o}

o

.

=
=

= =
=

i

[0057]

o 7

=
i

Shi. T, 7]

18-=2}6 ol H

He A
FEAE 55 AT v 10 WA 100

i

k)
o

)
=

R

e

=
=

o, ol A

=
-

o

[e]
A

ol A A7) 18-=8k$6 o H|
7] 18- 826 |

wa s,

o]

(Zn), FLE(Co), A&(Cs) H
Jo|EAZ Alg3ozn A

|

2]

il

[0059]

u o
0 0

I

Adr oy

o

F3A7= qETES
2 AYolE 3}

= =
=

el

wo) A3
3

&
5

s}
=

ammonium
1-mg-3-
acid

(1-Methyl1-3-(1H, 1H, 2H, 2H-

tetrabutyl
YU EF < (Perfluorononanoic

d5 5°l, ¥

=y
acid

[e)
tetraethyl

acid

B R

A

ol %

N
Perfluorooctanesulfonic

F 55 (Heptadecaf luorooctanesul fonic

=
& (Perfluorooctanesulfonic acid potassium salt),

golE 3ol

hexaf luorophosphate),
ZA HEg o' w9 (NEt,PFOSA, Perfluorooctanesulfonic acid tetraethyl

g Eg}ol & oF 5 A (NEt,PFOSA,

U EHS (Pentafluoropropionic acid sodium salt)@® ©]

perfluorooctyl)imidazolium

ammonium salt),
(1H, 1H,2H, 2H-9 2
sodium salt),



10-2016-0044275

5

=

=

H

e
=)

7+

J

P
h=4

oot

o

dHl 10 9F mtew

ammonium salt)e] 7F& wpz

[0060]

-
oy

N

[0061]

ol

N

o
Hlo

o
o}

=K

[0062]

A

"

i~
N

+od

S

o AZAE I} 7he
Heol 18-Ag6 dHZE

e
ak
=

47
=

1=
KX
=

o]
H,

T
oo

T o

)

A2l

h=}

2 7] E
18-72+26 ol

o] At Aol

ey

=]
=

X
L

8 s} ol

i

A}
=

I

o) £

o] el A

ATt

[0063]

Ay

"

ol

+od

S

el A9l g AeelE ertme] 2%4Y% s

st

=
(e}

=13
=

B HED

[0064]

I
N

L

o)
o

L

T

:A
Hr

1

L
o
gud

=
5

pud

kel

ol g2z

=}
T=

Zbeta WhgES 0 T WH

| 7kt

ol ZRE A

=
[T, =
T

o A)
=

1 9 Aot

Al el

=

|

&
1 4
[e]

=

°©

o

ol A €]
197t
A4

H

=

1.02 mmol)

2ok o)
) (1.5 eq, 0.51 mmol)
_10_

i
=

S

AL

EgdEoeldl 0.14 ml (3 eq,
-

o) 31,
Ry

[ 54

& FAF g

(1,4,7,10,13,16- A Ao S 2 SEHHZE-2-A) W2 HEHOIE(ZAHOE = ) A=

Al§t7]
ol ZF=Zglo]=(R,COCI,

shut.

kel
T

3EE (1,4,7,10,13,16-AASAALO| 2 2 EHE 7E-2-d) W EFE 0.1 g (1 eq, 0.34 mmol)

AA 1
[0067]
wWEk 1.7 ml (0.2 Wl

[0065]
[0066]



[0068]

[0069]

[0070]

[0071]

[0072]

[0073]

[0074]
[0075]

[0076]

[0077]

[0078]

[0079]

[0080]

ZIHSd 10-2016-0044275

Chernical Formula: CyrHeeOg
Molecular Weight: 354.43

I NIR (300 MHz, CDCl3) & (ppm) 0.95 (t, 3H, J = 7.43 Hz), 1.65 (m, 2H), 2.31 (t, 2H, J = 7.41 Hz),
3.59-3.85 (m, 23H), 4.11 (m, 1H), 4.23 (m, 1H)

AAle] 2 ¢ (1,4,7,10,13,16-3ASARAO| S 2 SEFH|Z-2-9D) W[ Ao o| E(AHCE E3t= 119 A=
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Chernical Formula: CagHgOg
Molecular Weight: 392.43

1
H NMR (300MHz, CDCls) & (ppm) 0.89 (t, 3H, J=6.69 Hz), 1.30 (m, 4H), 1.63 (m, 2H), 2.32 (t, 2H,
J=7.52 Hz), 3.62-3.82 (m, 23H), 4.11 (m, 1H), 4.22 (m, 1H)
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Chermical Formula: CoqHagOg
Molecular Weight: 42054

1
H NMR (300MHz, CDCl;) & (ppm) 0.88 (t, 3H, J = 6.41 Hz), 1.28 (m, 8H), 1.62 (m, 2H), 2.32 (t, 2H, J =
7.5 Hz), 3.58-3.82 (m, 23H), 4.11 (m, 1H), 4.22 (m, 1H)

A 3 : 2-(Z2ZANME)-1,4,7,10,13,16-FALEAIA o] S Z S EL FIQI(Z 0l E FItE V)¢ AZ

e (1,4,7,10,13,16-AX S AP S 2 S B 7F-2-d) [ ehE 0.1 g (1 eq, 0.34 mmol) & F7& HEHS}]
EEFH 1.7 ml (0.2 Mol Holax wHSES 0 T2 YdZ3t &, AFstol=gto]= 0.027 g (2 eq, 0.68 mmol)
= A3 7l FE . 30% o)A wyl & 1-B 2 B 2 HQl (CHgCH?CH?BI‘) (4 eq, 1.36 mmol)E A A3 7Fal| H .
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