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(57) Abstract: The present invention relates to a
method and apparatus for growing high-purity organic
material monocrystals using an ionic liquid, the meth-
od comprising: a mixing step for mixing an organic
material with an ionic liquid; a solutionization step for
solutionizing the organic material mixed with the ionic
liquid through thermal treatment under the first condi-
tion; a nucleation step for feeding seeds into the ionic
liquid, which contains the solutionized organic materi-
al, under the second condition; a monocrystalline
growth step for growing monocrystals under the third
condition; and a separation step for separating the
grown organic material monocrystals from the ionic li-
quid, and thus, organic material monocrystals are ob-
tained that are purified at high purity compared with
before the mixing with the ionic liquid. According to
the present invention, high-purity organic material
monocrystals can be grown at low costs through a
simple process.



WO 2016/200108 A1 |IWAK 00T 00 0O




[1]

[2]

[3]

[4]

[5]

[6]

[7]

[8]

WO 2016/200108 PCT/KR2016/005975

78 Al A
ol WA o] 24 AAE o] &3 FUIAE ARG A Y E
A

71&2 ok

L2 {7l R AR S AT = Y R A #EAle®, 539

o] LA MA el FIARE S F HABS A 7= H B G A] o #st
ot
W 7d 7=

7] A A ¥-F(EL; Electroluminescence) A}, F-7] WFE=A| A%}, §-7] 37
A Az, 77] AAM A T AR Aol Frl A R E ARE S o7 A A
7t A, AA F7] Al =l thgk T4l o] AX| AL gl L, 8% <l
FrIAE GAAY A Vel FAR Qe Fr1 A A el = o v g A
el 71 AL 3 A e

B A R A e fukd #7158 S0 93

_E
|
i
=
°
i
1;
EE
rlo
Ay}
rUhL
04_4
,>i
>
™~
)
2
_E
1-0
=
i
i 4
MZ
[-'Ij r

el BASE A B A

H)g o] F7hR oloj X nE, f7)Al %
@agol s e ol ¥z 2

A7F GolshA] vtz

A
A7 2 Ur e, AFE A GE A7) 984 = = [H.). Wagner, el al.,
Journal of Materials Science, 17,2781 (1982)]°1] /WA ¥ 53} A H 5o WHHo g
F7IARE A =2 AA S T Bd g S sllof b= WA ZE0]
AA

=2 0 o R84 [¢]

714 BA

By e gr)sh ge Feh el GAEel AN i FARE AR 5
= AR f71AR GEE Y P L FNE AT AL BHow
g,

TAHACRE, 159 &
a2 3= 99.9% o)<l 3-35
A H AR E Alg e A

o
ek Boukg o 2]u]| 8o j_—fEE F7IAR GEAAS aEH o A 5

GO R % 999 o], vk &} A = 99.5% o]/, T
AR =20 o B B B P A IR B S o B

=2 T D



PCT/KR2016/005975

WO 2016/200108

% T _ —
X0 = EE N 03
<+ T oA gy B L ¢ N T — oo I J
B ow b BT TEE  ukm L omEX g
X KO — = gps N o 10 ird
O#O ﬁE EE ﬁE "3 ﬂ 7.._ o) il E.E m_x o Aa m.l E.E N io o
= 5 R A BN — TENEP o
Ty MId T AT TgpRTa sl W oo PR
:ﬁ = & d‘wot JXIL] ﬂo% AT‘W._]_&! ) ‘_.me ﬂul]m.rcdﬂA, ,DL O_:L
ﬂum# V&%ﬂdﬂﬂw ﬁoiwﬂo7ﬂ E_H%H {0 W= To T
o TR I A I P
I = ~ by o O 0 '~ ol !
Fo o wegloPBETapdaen’ o ﬂ_mLﬂﬂoﬂwﬁ%m_x
—_ 1= ol = ! N = A
po EIeciiiielanizel mez TaFriads
° = TR R I = N X0 " - ol W
#dlwuj w_ﬂﬂﬂﬂbtﬂdﬁﬂﬂ%muﬂhm@l],c#:ﬁ :ﬁﬁléa Hohﬂﬂo‘mleQM#DEWF
= = = 1o
Wy I S = ze T B gy w0 4R B o oM O L
e K ~ U_ﬂuwoﬂio g ﬂﬂ X ox 2 Z,Aoﬂﬂx_u E_;Po 0
o S NIEREN < <ol Moy owm o ~ B W o)) i) S
el graelalderygl i LoF &&x N R e
- ™o o o SN N °
B wmwmepW pFo g T s D p @ Mg BF e
io ~ io L ;Ot . En# — X ET Ovu X P —_ ~X EL In” ;OL
N = fells o= ™ o B O E "y = e ™ oo X o o— AN n
& X d.ﬂ;otX]ALlJ.A ]4&01%:9&1_ HIXL}W ]ﬂﬂ7o#oﬂboﬂﬂﬂtu
= W ELﬂ]ﬂﬂom_x%mﬁ/.m_HMZoLtﬂL9ﬂl Jlo] 7V0_H¢I]ﬂlhﬂro
v BTk L WE XY sy N 2K FN o LT o N o
KX SR Mmoo E o % ol T ook g T g 2o N
T ~ T LR RT R G =D R R R
B RdpdTwoerae ® NN E SR R N
T o %ﬂ%%ﬂ@@@%ﬂ%%ﬂwﬁ??%% R 2N O R
® Wt _BeTlorep Yt oss o RPN
T R TR - S B SR T o I ol
%@#@ﬂ%iz%aﬁw3%%%%@9_5@%%AMﬂ arﬂowo@ﬂ_gﬁ_ﬂg
2y o N o Xz NN # = — “ om0l
R RT G T AT T me BT TR AT N
Wl wme B ARNELR R T Wy T W xR <
¥ o RAdT T e R aT T g Ao w R e TNwD N
R BR QFTRRT TN UT ORI TR KUYy
FAH O RBRUGTHEEN kR WER O TEFD w7 R T R
2 S = ) i) ) S

A

A

25E 7]

T

A 7

=

[18]



PCT/KR2016/005975

A o]

Oﬂx

o84 o

=

f=d
AL

Ha, #2714

WO 2016/200108

T
T .

olf” rey |
e ) M i~ =N oT i3 %
oSS T g P ogs R % % ox T _ oy
SANCSO - SE o o Mo m Fo ) RN
R A T - S S S N S ol
Xoow W o woo® O mEFEH O OH T TR ER s
UL T ¥ae o R o oo
—_— (@)Y X O_E - 0 — — mLO ,_II,VI ,_II,VI ‘ul 0 ‘w m — ‘MJrO
o T K ~ o y - o = g7 K
mo M g T B wx N < L SR BT
o =04 O oW T I "M
x Ba =g W) m < X =l
0O ‘Wﬁ ﬁo ﬂ :ﬁ 1 ] | ‘IE‘,%AT o X x
©oohw B ow = @ w8 8 2 ¢S S
9 =xw X7 N O OWop X %0 T W ol of 7o
Gl ~ oF 0 O H = m F 1o} o W opo N
I A = = xme 9 : S T N
o Box0 B L B o RO e w oW o
= X% X U do T TEW W W oy © B om g X
,_II.VI % ﬂ X m o on L.E HE et ‘Nﬂ frvzo) ]q
R IR R D W Z << I S
vy o5 T oM MW Aiwom Pogaw pla S
SR e R T T TN SR
G TR 5~ Sl Tl mame T B ook R T
Bl ed wopnr PN NIV Mmoo - %
N S A T S I MR U e Sl o e TR A
o~ io X o @ r < ~ T _— = =0
W BRYE oo o LTI E o oy o MR X R
= o] = N H ) pricd H ~y o =) W ~ = — o
P s RglRoem® O mq,wﬂDﬂDﬂmrmﬂ%o_E%mﬁmo R
™~ i 2 S o mﬂ_EAﬂ = .= U] B ox B ox X Jnﬂgeﬂ;nxﬂ oF o w ®
<y & T T .ﬂ%ﬂ%d%ﬂ%x%x%%%Eﬂ%io_m o B R
JIO‘IEIL =~ =~ < [— ™~N HL ~ HL JVOHL — ~ JvE —~,
R ogmw WA R g L L w N TRyl % T = o gy
of W omZ UE e NE W R Yy W BT o x
iy B g i SR o 7T al TAam g sl EERg®EREE ¥ UT
R ET R p@ I Tl T LT AT T SR g T BT
o i TR N R TRV R - e S R R TN
FEoT oM T R T wm TN T z < N Ew N T W oF u-
= g 0= T © ©5ox & o = = o
) S SN o AR <N S A <R e “, © ©



WO 2016/200108 PCT/KR2016/005975

[34]

[35]
[36]

[37]
[38]

[39]

[40]
[41]

[42]

4

[heb 1]

F|H
R1 R1. X, +-A3 NT
|+ N N N
R4—r|\1 —R2 \_< ‘
R3 R4 %
Tetraalkylammonium Di, Tri, and Tetraalkylimidazolium Alkylpyridinium
R1. +-R2 R1
R1 - N+,R2 N I, A1
R4—F|’—F%2 | .
S
Q R3 R3” TRz
Dialkylpyrrolidinium Dialkylpiperidinium Tetraalkylphosphonium Trialkylsulfonium

3, Fol 3k 37 o &4 A E A Bhz o] &2 CI, Br, NO, BEy, PR,
AICLy, ALCly, AcO, CH,COO,, CF,CO0, CH;SO0s, CE:SO5, (CE:SO,)N, (CE:SO);
C, (CF,CF,S0,):N, CF;S0;, C;F,CO0, (CF;S0,)(CF:CON', C.Fi N, CF:NO.S;,
CFeNOGS;, CiFiNO.S5, CF,SO;, CiFsSOy, CHNOLS;, C:FNO;S", CH,CH(OH)CO
, B9 ol F st o 4l

o] &4 A 1 T2 FP O A8 e §HE AW F7150] v
shol W& % W Slol A ebg 3 ol = & ek

A



WO 2016/200108 PCT/KR2016/005975

[43]

[44]

[45]

[46]

A\ (S50)E 3-§Hgt
AR o &4 Ao Edehi B

GA(S10)=, A A AHGA 7] L7} 8= F7 1A BE o] A A el Wi
L 3tsl= w0l o] A Aol §-71 A 87} o] A oA ¢} Bl FA3HA

(trifluoromethylsulfonyl)imide] (©] 3} '[Omim][TFSI]'= 2} 3 &),
-3 Eo| &5
E g & 2 29" <% ¥ Y o]} o] = [1-butyl-3-methylimidazolium
bis(trifluoromethylsulfonyl) imide], 1-°l &-3-H & o| H| T} =&
E g £ 2 21 g % ¥ dolnlo] = [(1-Ethyl-3-methylimidazolium bis
(trifluoromethylsulfonyl) amide], 1-t] 2! -3-v| & o] | T} &£ F
E g &2 2 g% ¥ dolnlo] = [-Decyl-3-methylimidazolium bis
(trifluoromethylsulfonyl) amide], 1- =] 2 -3-v| & o] W] T} &£ &/
E g £ 2 21 g % ¥ dolnlo] =[1-Dodecyl-3-methylimidazolium bis
(trifluoromethylsulfonyl) amide] & ©] AF-8-2 4= Sl T},

o] 24 MA| = ol 23 Fo]9] 3ol 9| o] EA 02 = 10189 o| 2
gk 230 7heet R E T frl Al s 8T 5 Utk =, e

WA AP 7| ok F7l AR e o) Ag 54

NAZ A Esto] ALRSEE Alo] 7 sttt 53], f7] 1A w3 & A 5=A
F7IAR & B R AFREE A EA fUIAEE R FARE VS92
2 FAL 7HA AL At o] g g VB2 E v o R Aol vhE-7]7F x| gyl
T2 M W23 AA 3} 71 E o] eI E R, o] TheFeh o] 24 AAE

A 8] T 2% [Omim][TFSI] & Q3 o] &4 MA & o] &3te] 4 2711S
H A g}sl= Wi o R Joaye] whE v A 2 ohF e HeA

F71 A gl AHRE 5= T

F71A 7=} o] 24 NAE T Foll = A1 2ol A DA e sho] o] 24
o A Wl A 57 = 1= s} EAI(S20)E =3 ghr}. o] 7] A
AT Bl s & oju| gk o= glow, ok &gl =3 dud

=
kil
il

o ofo
1&
>,
N
|
ofo
1&



=

N
— =

j

EEE

Aol Al

71 A =2
shE oo

2}
e}, o 71 A
oA Al

oh
ol
oh

[e]

T .

fre A

&
ko)
al

Zsl

2
s

°

0

A
A
E
7}

%

PCT/KR2016/005975

o &4

@)
-
=

[e)

=

=

o <}

A

]_

T .

7

f=d
at

I 2de = A
-

AU F1 7}
%l
L A] ol

[s]
st

A A (S30)

Ay
s ol

T

Hi

5

of <]

q el ¢

A

v} 2+
1
7k ]

[l
25

ol
oh

el
o))
=

tﬁ‘

T
T .

A el A 771 A

A

) 7}

2 A
ol
ol
-7--& 2 (Driving force)©]

1

ko)
-

Q/Ké ol
7} o &4
‘(H -

o] %Aé

ol M, A= 2 o] 52

90% °1°¢, ¢

= A7

T
T .

H o]

H o]

&7 o] Fof A

1

[l
25

T
T .

A

A

[}

[}

[}

A 2ol whebA =

3 A
Hi

[

=

0

H o)
A2

[e]
o] &0

SO A] oH
|
Ay
Al
o

T

T
T .

Jperrglong A 2ARU e 5o A2

F71 A &9 o]
2} =]
)
L x) ol
A 7d o] ol

N
[e]

hy
L

42 9
A o) gol

l

al

%

A & (pair)# A1 2310 whe} A4 = 9l Al
N

A
A

1

]
1)

]
1)

2
[l

=4
=4
=4

al
L
~

}

R ]

24 ol
71 A 2 ¢} o]
)
H
1l
kBl
A §.-0]
kBl

;)
2749

80% ©|/¢, vt
Q oNn

[e}

SRR

(o]
o
=
=
o]
E
&
(o]
Y
E

WO 2016/200108
°|

[47]
[49]

o}
HA

ofuth 7HR, Al

34 o] o] Fef 4

3N X
|

S 7HA71A

T .

o] £ Tl 7t A7

AEE g

A} 71-A]

al

8

Faga.
S

ok

&

0
o

v
M
()
B
o

g

sl

%

[51]

et ENEE

)

(Self-seed) A= ¢

j



PCT/KR2016/005975

WO 2016/200108

b A g shelo] A

o

2=

f s

5]

2 95

3N
2

A3

ol =

A7 AA(S30) °]F

A

[52]

A3 ¥-2 7]

2 v
-1 X

o}
H

T

SHT1(S40). Al 714 A3 2ol A3 25, A3

3

4
o]/ A el A &

=S
= T

+

A

A71 =8¢ &7 o

Z

[e)

=

_]

A

=

AT}, o171 A4

A~
T

2

Fed 2o o] & Al

o

=

%/Ké ol

714 2.5} o]

S

Lo, o] T A Al

sho] L= B AT A A

5

A~
T

°|

o]/ R A el

T
T .

A A S AI(S30) 00 A

[56]

)
2378 F-71 A

Z

o

(o

X

G R

—_
o

i
ol

g

FRRREE

=

6“}8& o]%x‘j ol

& ATH(S50).

S50 SATFAI R A

71N =

=

Z

| 2 58] -2

b o), ol 24 o

o

1ol =

-
i

[57]

e Al el

b o] e

3|
i

i

HEH

1

ko)
-

FrIARE delw7] 4

or o
T

5

A4 @A(S30) ARol el 8235 A

[58]

[59]

7 g, oA 2

ﬁo
iR

A 5} A]

A A4 514 o,

o

==
L

o =2

oll =
ol %

AEEED

[e]
T

44

Felebs f7] 4 =] Hlfol

A&

==
L



| =

ol %
Fet.
o] g&ate] A S AT o2 ALA

0

T .

T

PCT/KR2016/005975

Aol 7hs

T .

T

A7

A

A

A7} $ek, w o] 24 oA

=
=

o

L&) oll
|

A o
F O = 9999 o]

T

AR

RN

of wp=3 o
13]9] &

T .

Alefol] wh2 R, o] 24 A el At frl AR

gt #7152 el

]

=
iRk

A

WO 2016/200108

gl S Alolw),

T

=

=

=
=

A

A

f=d
at

ol

=

off whe} F-7 Al =7}
o, o] 24

%l-

o] =

A

ol %
oh

A o]

Oﬂx

o
Fol A Al 7H2-t1) §-x o2 57 A

0

o] %Aé

ad]
gL o

F4, o] 24
=

0

i

2=

[e)

T2 Al 25(TH7HA
SIA T, A1 255 771 A

ol

E(THE §4]4]7]

A
=1

Q
[e)

[62]

#A st

Aol 1

T
T .

at

g

o
i
_ZT
i
1A

ok

i) o) A+

A2

T .

A
1

Aol
3}

T .

M7=

st

0

2} =]
2]

A2 S5(T2)7} 7V 4 =
jmj

Aol u}

T .

3 A1
&=

[

A2 & E(T2)7HA

|

Al ZH-3) FAI A ZI T A2 2 5(T2)el whet

S5

(T2)0l A

A

A2

[65]

A o]

T .

H =

1

ko)
-

o]

[66]



WO 2016/200108 PCT/KR2016/005975

[67]
[68]

[69]

[70]

[71]
[72]

[73]

9

olvth o & Eo], 7 A5 N3LE 8] A1 2o DA A 7FF-A &=
A, 24 &5 2 A S £ 7= YoM LNFHEE T F 5
Qo o] A5 Hui= Ay o= ZH shi= Ao] Eu) k3 =

A2 SE7FAl SERTPYEE AoR EAFEO Y A2 &= Al &5 H
T2 2 5 o, A2 &5oA A A F-AFHE Al A2 £
S E AT = F Ao A WA A o] o] FoX 5 T 1 9l &
ot 2 52 GAI(S50)7) o] Fol A= R o2 o o
olUH, ol & Eo] A1 LE(TA o] &4 dA o F7]A8E £33 51

©
2,
i
)
Oy

0.
r

=
2
do
N
)
kil

N,
09:
Ot
ofy
N
ox 2
Ot
ofy
>0 g

o O—E o

L ox ng o

o o 2 o
O

[ xo o
o[ T

1o
Ot
S

8o
oy oY

°

N

of

p‘LH

o

1_,71
=

2
2
i

s

uo

iy it
S b
i °
2
Y
%
2
ok

9 ox
4

o 2

ox, M
o r&

i 2
X

O

)

°

Y

;=

olo N
= "

o
12 o
EX
)
Lo

(*
do
N

FlAd o] A7) witel,

&3] @ska, A e 94

T AAT AR o] o] Fol A

ool 7hestal W& =5 Mol Ao EA
=

r|

mE

oo
o 12

=2

rir

ox W
NW
do

N

ofo

=

N

ok

i

it

2

S A IS
N

1o o
o2

o F
)
v
AL
)
1o
a3

HOAE 2 oM o N
o 2 HT oMl X
do &
~
2
fu
=

=2
o
kr
S
=
12
0%
off |o
il (0]
Ot
Lo
=
do
D)
)
£

1(100)+=, Z=HI 0] %] (110), 371 Bl o] Aol o] 8ff A X & 7 7] A &2}
| o] =3=(200)°] & H= 871 £A4(120), 871 &7] T
Bl o} F7 Al mof o] &4 A o] 2= (200 7FL ks A
] 3
l
l

A (12005 2o EHA7]7] Ag &7 A (160), A =(310)E LG A[7] 7] A g
A= EH((300)E E§3ste] A ")

Bl A A o2 A shd, e o] X (110) &7] EA(12008 A A 8h=
TA O EA et o] W/ 3] o]0 7heet e s A E 5 A 871



WO 2016/200108 PCT/KR2016/005975

[74]

[75]

[76]

[77]

[78]

10

B (1200 ©AH S AAA 7|14} 3l S/ AR E et o] &4 dA =
W iol) =88t 871 w41 (120)+= /‘ﬂﬂ-m S Y dAdo] 5 QAT FAlE 5
O
o

glov, & 7k Al o] &4 oA B frl A R ek NS EhA) s AR
G Aol MRS, £ ELAR(130) F7IARE o) 24 A4 el
goslA 71 7] S8 Fhashy] 9@ T O, APt S Ak

3ol 2 =2 AR 130)7F &7] EA(120) SUE AAE 2 e 3| H &2
LABE o, 2R (130)Y] FEivt T, AR YA = ool dBE = A
ol 25 24 7(130)3= 400°C o) s+ 73 3| H A 5= 3

o, &7

VA (12009 ZE Wl A 25 a7 A =S A" A 5 A

Z1Al A47(140) R 71 A MEF(150)1= 871 A (140) W72 71A 9715
24dst7] Ag Aotk dE E, 71A AU F(140)E AL, ol 22 5 B2
7t ol dAste] 871 EA(140) WS v 2 7~ E U E fA] g
Aol A F4E& XA = Avk 1A v (150000 = X3 HES A
/7] A (140) WH-E AF E17 2 FA g AHd 34 A3 5= Qv
&7 A (140) W7 H 71 =2 A A= 2 3hS 38
da7ksli=dl, 871 7181(160)= &7] 2 A (140) & Hol 24 335
Fdshr] 918k slolvt

A= ZT((300)= el AI=G610)E LA 8] o] 24 Aol A =E
T e AR, S o] T H/ELE 3] o] Fol 7P st A E
UTH A =(310)= A A 71314 8h= Rl A et T A =49 e
A A 7 A

$HH A= 2T (30009 dHEoll Al =(310)5 LA 8= t 2] AF7]-A] E(self-seed)

S sk Aol AR JFHE a143sko] o] A Ao FYT 75 9=t o] &
5 4of] ASFQITE & 49f o], Al = ZT(300) TH-oll &= Al =(310) A 539
nlo]l AR FH320)7F A o, 1 FF 39 H A2 800um ©3td
t} o]t nfol AR FHE FUIA ST A8 o 9= o] &4 A
Qapd Al Aol o & f1 AR Sl nfo] AR FHO FF Qo
g stHA v A e 25 zlolof o &] H g3ty o] A|E330)E FAAE F ATt

A alol A2 FEE ARSI, R @AY A =(310) glol = /7] A&
?_}75743% 4;4/\] 71 z,: 9)\

g A4 G Ao A= %71 EA12)9 A= EH3G00)S s = 3 A

A g lem, gt ol S5 A 2mm o] &), 37
o} & 30+ ZH o] X](110) 2 Al = ZH(300) XF
F AT AR EAEG o, HQof upef o]

q

£ER 5 UES TS S vk
g =]



WO 2016/200108 PCT/KR2016/005975

11

|71 A (120) = 87 AH60)l = 25, o4 T 34 210 54
NESA/F7EAXE a1, A7 SAHRY A A9E Ao}
VL2 A T(130) T2 Alof sk AR 7F e E = Ak

[79]

[80] ol s} & g o o] XA AAE o]&ote] e AR AR S
AN A E AA & B3l gt

[81]

[82] <A A4 1>

[83] A 1& F7] DA g Aol A5 2 A= AR Fr A =S

N,N’-bis-(1-naphyl)-N,N’-diphenyl-1,1’-biphenyl-4,4’-diamine (©] 5} 'NPB'=
°F4 3hE [Omim][TFSI] o] A4 NAE o] &5t a4 A7 o o]t}
NPB2| 3}8}2] 5 of2f [3}5}2] 2]0] WERH AT

[84] [3}8+4] 2]

[85]
&
[86]
[87] TAFA A 1] 7 (SEM; Scanning Electron Microscope) ¥H32 2 3} o] 2-4] < 4] 9}

23317] Ao NPB YAFE 1~2 i A 52 49 &40 9l o™, HPLC(High
Performance Liquid Chromatography) T WA AT 824 %ol A=t

[88] A Aol A% NBP £ &233F9] [Omim][TFSI] o] 24 Aol 10 wit% 2]
232 23e & O}E+(Ar) 7k AV E A E = A ] 2ol A
AL 260°C7HA] 5°C/min®] % 2 523 A NPBE &1 3tA At} &
nlo] A2 FHE FQ13F 3 230°C7FA] 10°C/he] 52 A YstaA dAAS
F5ahar, 230°Coll A 1241 3F 5o &= EA el ste] S AaA S A H ) A4
NPB Y2 4 & o] 24 A 2 2E He)5le] o] AL 2 (IPA)E A A 8l ar
60°C Q. E-o| A 241 7k Fot Hzsto 24 25 NPB A4S At ol & A
Aozl AA o] AAIEE X-A 3474 H(XRD; X-ray Diffractometry) 2 =
B85, HPLCE 1 &5 & kel &gt}

[89] 5 5(a)= A A 190 o8] A¥l NPB @2 A4 2] XRD ¥4 A 3o, vlu s
9la NPB th2 4 o] XRD ¥-4] A& % 5yl JEFH AT 5 504 Fel 5=
ule} o), kg o] Wb ol o] 3l XA kX Z-0] 0.1° o] &}<1 5~ NPB
A g o] A4 E YY) 3 HPLC 5 ¥4 23t A4 ¥ NPB @A 4

E (]



WO 2016/200108 PCT/KR2016/005975

[90]
[91]
[92]

[93]
[94]

[95]
[96]

[97]

[98]
[99]

99.92%2] alT o] ERIE ST}, =, B kg o] wuhHof] o3t A9 w132
et A ] 42 E38 99.9% ©] 42 1= NPB HEAAE IS A5
ek 4= At

<A Al 2>

AAL e 2-& 7] AA G A A B2 A= AR fU] AR
tris-(8-hydroxyquinoline) aluminum(®] 3} 'Alg3'Z 53 ghHE [Omim][TFSI] ©] <4
NA & o] &3to] AAISH oot} A4 12} v sHH F-7] A 571 NPBol| A
Alg3= vh S B, U A 3 27102 FUsHA J skl Alg3 9] 31351242
ofbefl [} 3]l e AT

R
72\
\N
0
4
O\jm
N4
7 N —

= 6(a)= A Ao 200 ol 8 A Alg3 ©HE A o] XRD ¥4 Ao, vl E
A&l Alg3 TFA A4 o XRD ¥4 232 & 6(b)oll YEFHAT. = 6l A &2l ¥ 3=
ule} Fho], B ukrg o vk o] o] 8] XA Hhx]Z0] 0.10 0] 3}l $-4=3F Alg3
A g o] A4 E ) 3 HPLC 5 ¥4 A3t A E Alg3 9 AA o] sk
NPB ©+2 A 7} F-AFSF =52 2] a9 o] gl ¥ 9}

% 7(a) 2 5 7(b)= ZH7E A A4 200 o] &l A Alg3 HHA G H Alg3
A A o] FALARE N A AFR o)t} B 7R EE, Alg3 TFE A& 55 um ©] 8}
A719] 2l vbd, Boub o)) w2 @AY Al F 4 Fofli= = ym o] A

zi71e] A 4ol o] Fo Ag-o] Helu ek,

s Lo - T
HFH S A28 7 A5 E o 13) 9] st = AH)-g9] 342 =& o=
99.9%°] o] & AT 9] uFE wAA OB AAAT|= Ao 7HEE o 5 9ol
o= = H Aol gli= Hol A v



PCT/KR2016/005975

A

Oﬂx

=

13

o}, o] &4

WO 2016/200108

Z

<k -3

ol
oh

 E EDE DRI

0

A

o Abg-5=

SR

k-
=

o]

el A £ % £ (kinetics) 4]

&tol, A 3tol o)A

5

) $- el

[100]

o],

i)z
RN

—

SR REE

o1t ol

}

| =

A

bol A&z 2

ol
Figs

o

0

%l-

LA ol

R

<

a4 of

°|

o
T

i

5
g9}

[

k-
=

=

b A,

o}, &
9] <]

ko)
=

=
=

AL o
i=2]

=

[e)

=
=

0

Fol of

0

1

=

[

o]t} <

PZaN

Fol AL4
=4

q
Aol ohd g o]

A

0

1

T

3]
=

s
=

=

=

A

A

=

T .

T

}

F7H el /1A

Q/Ké ol
5

]

Hj A

2 o] 7)Aol 9l el A o

71 Al Al A

=
=

°|



=

N -
— =

Al el Al

%/Ké ol

PCT/KR2016/005975

°|

T .

T

}

o

1

©
=]

A A

M

AYA
i

A o]

A
3l
1)

=

T .

Q/Ké ol

A RE

14
T
1 5
2 Y97

2}

1

to] 247] o]

=4

3]

=

2!

ks)

o184 o
T

el M 24

l

=
A

=
R A=)
al

771 Al
o)
H

T
=
-5

|

1

WO 2016/200108
)

Q_—rL

3|

8

e

wK

=

A

20 &

A

ol %
%/Ké ol

o] %Aé
ol 3|
o]

T .

T

EE R

A

o}

|

T .

T

2)
A GA, GEA

% /Ké ol
o]
31
51
1 99% o) o] ey vayg 71257}
o] < /Ké
|

LX) oll
3|

o

oh

T

o= 3

o]

]
o 9

!

A

ks)

T .

T

}
al

ﬂ_ %7:1]9
o] &4

6
2}

=
T
T .

T
T .

4 st

718 A E o

o= 5
ol Lo A,

| =

A

=]

1E ol-&

A

]

e}

=

o 91ofA,

o 91ofA,
o 91ofA,

S ] o
o ofA,

[e]
T
A

1

o 91ofA,

[e]
[e]

=
&)

1

[e]
1

[e]
1

[e]
1

—O
S ] o
[e]
Koln =4
= T
23

q.

q.

q.

d
A1
A1
A1
A1
A1
Al
A1

A
N

°|
°|

|
|
|
|
|
|

} 2

[e]
}3

[e]
F4

[e]
}5

[e]
} 6

[e]
}7

[e}

q.

q.

q.

q.

q.

q.

Q_—rL
Q_—rL
Q_—rL
Q_—rL
Q_—rL
Q_—rL

3|

A

3|

A

3|

A

3|

A

3|

A

[¢]
[¢]
[¢]
[¢]
[¢]
€

[
[
[
[
[
[

27

A @A Alelel,

1

[l
25

}7]

o 91ofA,

3

q.

A1

3} 8]

q.

Q_—rL

3|

8

e



92l

PCT/KR2016/005975
A

o 1

L&) oll
A ]

71 A 329} o]

[e]

H

A

15
ol %

&l %A =

o] %Aé

)

FrIARE 2] 4

T

ol O
TE o
o2 3}

g

A
71§71 Al =81 771 A =22k o] 24

7] Z=H o] A el 2

o] A,

al

5l

A

& N3k A

3} 9]

WO 2016/200108
)

Q_—rL

3|

8

e

1 &71 Al =88 #7147} o] 24 A9 2

7

Nro

o 91ofA,

3

4|98

3 10]

q.

Q_—rL

3|

8

e

U

To-

o 91ofA,
o 91ofA,

1
71 871

[e]
1

[e}

q.

q.

A9
A9

|
|

F11

[e]
5} 12

q.

q.

Q_—rL
Q_—rL

3|

A

(e}
€

[
[

A -

=

yAO

A

A

2H5E 7]

Al W

o 91ofA,

3

q.

#|13

3 14

q.

Q_—rL

3|

8

7



PCT/KR2016/005975

WO 2016/200108

1/5

o o o o Q
— Y ™ < D
o 9! %! s o
| w N N N
)
I
@ o | w
o) 5 K N
m 3 o n~| o
%E < Ul <o) IR0 ~ o)
e =l el
s 2 SR Dy
uo| M2 RE| 3w k=
— ha N ] M
m_/“ = al
0
o
)

[5=2]

2

A

T

ol

-

0

2t



WO 2016/200108

;po
>
300 —] I 160
140 . 150
@ 5130
| | 310
@ - 5
120
& &
@ | 5
& L B
110
\
T 200
[54]
o
L300
320
200 f-330

PCT/KR2016/005975



WO 2016/200108 PCT/KR2016/005975
3/5

[5=5]

A.U.

10 20 30 40
20
(a)
A.U.
10 20 30 40 50 60 70
0

(b)



WO 2016/200108 PCT/KR2016/005975

4/5
[5-6]
A.U.
H\/Jl| T T T
10 20 30 40
20
(a)
A.U.
J
10 20 30 40 50 60
20

(b)



WO 2016/200108 PCT/KR2016/005975
5/5




INTERNATIONAL SEARCH REPORTY

Taternational apphication No.

PCT/KRZB16/065975

A, CLASSIFICATION OF SUBJECT MATTER
FGIL 51/00¢2006.01) HOIL 21/0202006.01)i
According to

International Patent Classification (IPC) or to both national classification and IPC

B. FIELDS SEARCHED

Minimum documentation searched (classification system followed by classification symbols)
HOIL 51/00; HOIL 51/05; C30B 25/54; HOIL 33/00; CO7D 211/58;

HOIL 51/56; HO5B 33/10; CO7B 63/04, BO1D 9/00; HO1L 21/02

Korean Utility models and applications {or Utility models: IPC as above
Japanese Utility models and applications for Utility models: IPC as above

Documentation searched other than mintnnnn documentation to the extent that such documents are included in the fields searched

eKOMPASS (KIPO internal) & Keywords: organic material, tonic hiquid, seed, mclens, single crystal, high

Electronic data base consudted during the international search (name of data base and, where practicable, search terms used)

purity

C. DOCUMENTS CONSIDERED TO BE RELEVANT
Category™ Citation of document, with indication, where appropriate, of the relevant passages Relevant to claim No.
Y KR 10-2014-0128676 A (KOREA INSTITUTE OF INDUSTRIAL TECHNOLOGY) 1-14
(6 Movember 2614
See paragraphs {0017]-[0044], claim 1 and figure 3.
Y IP 2002-0068899 A (UNIV. OSAKA) 08 March 2002 1-14
See paragraph [0004].
Y KR 10-2009-0057381 A (RULZER CHEMTECH AG)) 05 June 2009 1-14
See paragraphs [0018], [0019] and claims 1, 15.
A KR 10-1495119 Bl (IUCF-HYU (INDUSTRY-UNIVERSITY COOPERATION 1-14
FOUNDATION HANYA]\{) UNIVERSITY)) 24 February 2015
See paragraphs [0012]-[0015] and claim 1.
A KR 10-2013-0023870 A (NTS CO., LTD.) 08 March 2013 1-14
See paragraphs {0037]-[0041] and figure 5.

E:j Further documents are listed in the continuation of Box C.

E See patent family annex.

* Special categories of cited documenss:

“A”  document defining the general state of the art which is not considered

to be of sarlicular relevance
“E™  earlier application or patent but published on or after the international
filing date

“L”  document which 1 throw doubts on priosity claim(s) or which is
cited to establist ublication date of another citation or other
special reason {38 §

“07  document reforring to an oral disclosure, use, exbibition or other

means
“P7 document published prior 1o the international filing date but later than
the priority date claimed

“I7 later document published after the international filing date or priorty
date and not in contlict with the aﬂpi;cat;on but cited to understand
the principle or theory underiying the invention

“X”  docum
cons
step when the doct 3mem is taken alﬂm

*Y”  document of particulss
considered to invel the document is
combined with one or more other such documents, such combination
being obvious to a persen skilled in the art

“&”  document member of the same patent family

Drate of the actual completion of the international search

19 SEPTEMBER 2016 (19.09.2016}

Date of mailing of the international search report

19 SEPTEMBER 20616 (19.09.2016)

and matling address of the [SA/KR
Korean Intellectual Praperty Office
Government Complex-Dacjeon, 189 Seonsa-ro, Dagjeon 302-701,
Republic of Korea

ireile No. 82-42-472-7140

Authorized officer

Telephoune No.

Form PCT/ISA/210 (second sheet) (January 2015)




INTERNATIONAL SEARCH REPORT

o ) S . International application No.
Information on patent faraily members

PCT/RR2016/805975

Patent document Publication Patent farnily Publication

cited in search report date mermber date

KR 10-2014-012867¢ A 06/11/2014 NONE

P 2002-0658885 A 08/03/2002 JP 03502905 82 02/03/2004

KR 10-2009-0057381 A 05/06/2009 CN 101511441 A 18/08/2009
CN 101511441 B 22/02/2012
CN 102553289 A 11/07/2012
CN 102553289 B 5/10/2014
EP 2066416 A2 10/06/2009
EF 2066416 B 31/08/2011
JP 2010-502754 A 28/01/2010
JP ?“"—147506 A 01/08/2013
w2 16/01/2008
W 14 B 11/11/2014
Us 2 0259 27/10/2011
Us &: 09 B2 18/12/2012
WO 7”08 031246 A2 20/03/2008

KR 10-1485118 BY 24/02/2015 NONE

KR 10-2013-0023870 A 08/03/2013 KR 101202703 B 02/08/2013

Forrn PCT/ISAZTE (patent family annex) (January 2015}



A AW 5
TAEAE A PCT/KR2016/005975
A. e o] &8t 7| E R F(FA S EFAPC))
HO1L 51/00(2006.01)I, HO1L 21/02(2006.01)1
B. ZAL Bof
M H AR AFASIHRFE /)4
HO1L 51/00; HO1L 51/05; C30B 29/54; HO1L 33/00; CO7D 211/58; HO1L 51/56; HO5B 33/10; CO7B 63/04; BO1D 9/00;
HO1L 21/02
ZALE 7] &R ok &3 H AT o9 T3
ST AERAUNTR U ST EANT R FAH FH AT 7] A" IPC
Adre=zAarolyny g AR gAMby FAE 4o 7] A" IPC
T A ZA ] o] B Zlal dlo]Eu] o] (| o] B W o] 2] A B AAlof(s D s FEy)
eKOMPASS(S5-31 4 W AMA|~d) ¢ 7195 [§71A=, o4 A, A=, o, ddA, 35
c. IFEH
ZHe| a1 ]+ e-E9Y 2 A FAE sl A 714 el At
Y KR 10-2014-0128676 A (3F=rHAb7|&=HT79) 2014.11.06 1-14
w2t [0017]1-10044]1, A7 1 2 =9 3 3=,
Y JP 2002-068899 A (UNIV. OSAKA) 2002.03.08 1-14
oeb [0004] .
Y KR 10-2009-0057381 A (&A ZAH A 2JE]AAMAEZE) 2009.06.05 1-14
oheb [0018], [0019] 2 73 1, 15 7.
A KR 10 1495119 B1 (&Fok ﬂ@ﬂ Abetg El ) 2015.02.24 1-14
w2k [0012]-[0015] % A7 1 =,
A KR 10-2013-0023870 A (5212 A} <lEle]2~) 2013.03.08 1-14
ek [0037]-[0041] 2 =9 5 ==,
F7FEde] c(AH 71AIH o] sl ul-&-55] o @3 AX & A2 A L.
TV ZAEYY BE 9D T Y EHoR =95 AEaH
of welt YUAS NG YR g LOH WA VIZ AT el el £ e ] olef ol 4l
79
WAL THRE M EASEY T L cua pae) g e s B9 sz 399 wge 4
T T mE R el gls Ao ¥}
=2 rs=EdgFde Ay ) . .
1%}% T A)E o 6]]:];] g%ﬁaq g;go%ﬁz yr SEG Ade] s R s el sy o] e o £33
zebs A9 2 xge] dxelA g A ¢ 37E 1w
E=7EFes dFehn Y= T e dmgel gl e Hrt
o ZA 2 o Hel| FAD 2l & LR RS Sele £
A FAR LA g
19.09.2016) 20161 09¢ 199 (19.09.2016)
N AL
Al Al A= 189, nxdd
L q} XJ/R]-)
9 W5 482424818578 Aehle +82-42-481-5560

221 PCT/ISA/210 (- W1 A 8-2]) 2015 1€



TAELAND

F A 2 A0 1A
oS =50] A3 A PCT/KR2016/005975
& O E =) -= wd

jf;]%*%?%"” A FA SRR 2R

KR 10-2014-0128676 A 2014/11/06 He

JP 2002-068899 A 2002/03/08 JP 03502905 B2 2004/03/02

KR 10-2009-0057381 A 2009/06/05 CN 101511441 A 2009/08/19
CN 101511441 B 2012/02/22
CN 102553289 A 2012/07/11
CN 102553289 B 2014/10/15
EP 2066416 A2 2009/06/10
EP 2066416 B1 2011/08/31
JP 2010-502754 A 2010/01/28
JP 2013-147506 A 2013/08/01
TW 200902137 A 2009/01/16
TW 1460000 B 2014/11/11
US 2011-0259043 Al 2011/10/27
US 8333809 B2 2012/12/18
WO 2008-031246 A2 2008/03/20

KR 10-1495119 Bl 2015/02/24 He

KR 10-2013-0023870 A 2013/03/08 KR 10-1292703 Bl 2013/08/02

X2 PCT/ISA/210 (T]-3- 53] 5-718-4]) (20154 19




	Page 1 - front-page
	Page 2 - front-page
	Page 3 - description
	Page 4 - description
	Page 5 - description
	Page 6 - description
	Page 7 - description
	Page 8 - description
	Page 9 - description
	Page 10 - description
	Page 11 - description
	Page 12 - description
	Page 13 - description
	Page 14 - description
	Page 15 - description
	Page 16 - claims
	Page 17 - claims
	Page 18 - drawings
	Page 19 - drawings
	Page 20 - drawings
	Page 21 - drawings
	Page 22 - drawings
	Page 23 - wo-search-report
	Page 24 - wo-search-report
	Page 25 - wo-search-report
	Page 26 - wo-search-report

