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[0055]
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[0065]

[0066]
[0067]

[0068]

AATE. meEbA, & el A= e wkg wizfA] Wirel mdd TAlE HA wojde] we kT wAs
FabEdl AAHCH S &Sl AASaL FAlol wxl dAke] T3 A (aggregation) & WA Sk AL A
o) 4| &

l hS3

2 o] o AAlde] mEW (a) §EE7]ol 1,4-thols|5A] wlAl R 1,4-0] A~ (4-H 5 AA 22 ) w4l (EKKE) %o
A Meld Hojm 1% o]AS HEZezd FZ#to|=(Terephthaloyl chloride, TPC), ololrzezad F2e}
o] =(Isophthaloyl chloride, IPC)e} of/+e] Wh-g mizfAlo] Wit SAlel &3AA w3 §ANS A|x3t= @Al
(b) 7] g &M 255 vE T FZulE FYste DA (o) 7] vl B9 F 9§ & Ui n&Ad

Wi ks v 2 (d) A7) w3 7)A £ F Al A8 A (capping agent) & A7ehe

1,4-tpold|=A] WAl tholuld SAF=(DPO)E o 28T 4
2 A}o]=(DPO)E= FH]= 10 WA 50 : 90 WA 50¢1 A

]
54

PRUNE A
to £
(]

ZEANHZAEAES 317] etz 12 ZAH = HHZE 2 U (Terephthaloyl) ¥ 317] sheh+tz 22 FEAH

ofo] &2 U (Isophthaloyl)e] AgHoR F3tE o] AAHEE BLEXZEA 2 H|&of we} o] 2
Terephthaloyl moiety: Aoz st AAS = a1, of7|9 Isophthaloyl moiety”} L 3oz
8 x4 S Fojsli=t Isophthaloyle ZEA AM&e] A4, f8A4 2 243 EAM A3S

[shep 7 1]

[8}et=2]

T0=0

8]
-0

: I
2t ol dEEr7F R xS 7?*]“1, éxéﬁ} ’QE —5—‘&011 Oﬂ??}% 3

g o Ao maw, Eeld e EAEAES teldd Aol =(Diphenyl oxide, DPO)E olEIE7]7} 2

Q1 1,4-told Al wlAl(1,4-
DPO) &9t A& owM, AAsE s FHA7I= Flo] ATH.

[8}etr= 4]

SUSA®

471 1 4-tholslimAl wial B thelsld SALe|=(DPO)E F#HI= 10 WA 50 ¢ 90 WA 509 A& AR
=S 54e=

HhgbA skl 30 A 50 1 70 WA 5091 WIZE Al E T 1 4-thols Al wigle] 10 ofste] A, AA S}
w A BT BEEA 2 EAZE Ak wR 50 o] gl Aol IR Aste] wAt flonw

_10_

diphenoxy benzene)& 5 AME3AY, toluld SAlo]=(Diphenyl oxide,



[0069]

[0070]

[0071]

[0072]

[0073]

[0075]

[0076]

[0077]

[0078]

[0079]

[0080]

[0081]

SE506l 10-2250302

7] W47k A s,

2 oage] A AAldd mEW, A7) (a)GANA vhg &de A2 FF A (capping agent)E FUMSIE AS &
Aoz gtf, FAFoR, K 1 J1 g3jAZ o) FAld A2 748 A (capping agen
)2 ol A A2 = Advk. =, A7) ®x=m3%F(1,4-Diphenoxy benzene,TPC,IPC) T 4%(1,4-
Diphenoxy benzene, DPO, TPC,IPC)& <2l Hb Aol ¥ &A1 w) Aol F3 A (capping agent)E
ol A &7, o] A ABAR vtEA e AE Hxd S22t AH8d F .

(<3

Ll
_[O
ox
o,
> r_?i
olo
=
=
2
=2
ot
=

AAALE FIE el ArhElo] EeHZARAE EA A& Holw U] waeld FAE AREA
e q@e B o2 Ad SUNHZAEAE 1A AL ASH 9% FAR, FEE 1RA

Aoz s}, upgkAsiAlE 3 0 19 WY
1 AFA= 0.5 mol% = X3+HE <

2 o] A Arjoo] w2, 47 3:19] Hed o, & dyo] EAHstaz st AEARAY 98-S FHu)
3 & 4= glom, oo uwlg} Expkel xAsle] #z2 EEA] MAHE FHE AT, I, o] A, A
2 H A EAE TS T/ 9% a, ofd =

2 ool o AAdo wEW ) A A2 AEA] D A1IEIAE HExd FEo|=(benzoyl chloride) ¥ #Wlx
o FRgols WAy AWSH wEs BHEE g3l irt 48" SFEE F Holk 1F o) AS EIET. A
S WiAdlesxd S2gon, 4-F22YHd, 4-dsAEE, 4-U-AsAgsA)Azd = 9 ovjEd
-y dad FHdAHE FoA A8 Hox 1§ oS X3 4 9, vEAs A= Wxd 28]
=g x3sk 4 Qlrh. ouk o]

2 ode] A HAAde wE2H, ZFAEHEAEAEY] TF A, A€V ExdE HAZEERd 2o,
Terephthaloyl chloride(TPC) % o}lo]AaX etz F=Zlo]= Isophthaloyl chlorlde(IPC)E FAlo A835h=
g, o529 Fdu| Lo o8] ZEduHEAEAEY AA3} £ 2L L2V ARG,

ddtd o7 Z e Z2AEAES Terephthaloyl chloride(TPC) #H]&o] &5
Isophthaloyl chloride(IPC) tH®| Terephthaloyl chloride(TPC)®H]&o] UF & 8
4. o5 59A4, Terephthaloyl chloride : Isophthaloyl chloride®] ®W]&o] 10:00]2hH, &

4

o
T
o

400C7HA dsetel, 8ol o#9 A= 7hed SuelA 228t

EE, 2 oM SR EedHEAEAES S8R 350T Wl EefoHEAEAEe] &8
EE FATH sAl AAS FE8 ASAIE 5H 0% PEKK T3 ®=x=m < (Diphenyl oxide, DP0)9] 455
AH 2717} 27091 1,4-diphenoxy benzened} sl Al&3tt}, o]l& Folo] die 8228 FEY FA,

= EO(’

PEKK &% Al Terephthaloyl chloride A€ H|&S HUg & 4 AA =W, PEKK T3 =X 43} =&
SN e, AFE JhEAde] s AlTet).

AA A= HElZgzd S22 =(TPC) % ololaZXead FRgo]=(IP0)9] d&FH)E 7 WA 10 : 3 WA
Exow vy, ulgdsAE 9:1 WYt Agd. Huzesd Z2elo]=(TPC) o] 70]8te] AL,
AE A7b k. ololrzagd FRgo]=(IPC)7} 3& 23 Afdx nIAxgE 4
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o vheH4

al

K

-10 WA 5T

wlel whel webd 4 gloit,

= =
|

4

<0

Mo

o)

%)

X

Elg 7R UI0] E(K2003) ¥ A3FH (FeCl3) ol A

3L
s Y

2ol =(AICI3),

ok

=
T

L

o)
- =

il

=
=

371

[0083]

H5-of

gt

il Friedel-Crafts Acylation &

ok
=

st

s

sl

7] (stirrer)7} 3%

[0084]

T}

-10 WA -5CTE *

-
2EE

71 (b) @A 3z

&

[0085]

b

5]

o] whgA

al

K

-10 ] -5T<l

& o,

80C W% 100C=

=
=

A e

3} A]
=2

[0086]

L
L

(CSTR)

WCE FAHE AS

U v sl

A TR el A

80 WA 100C,

sl

n}22]
o2 A7 (EAe 2%7F 90TC=Z

A7 (EAY Lx7F 70 UlA 110,

[0087]

(]

LR

Eo A1

ol el 2A =

3z
=

[e]
R

]
&

ATk, Al

#|el benzoyl chloride

e
)

sz A4

Holx of

NaOH& < &

=N =1]
= R A

| g2 (CH30H)

5
T

71 (d) &4
o] £4=(DI water)2 FAstE WA=

s
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ox
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Al EE WA e A

oL
[}

# 7}
43 ABHe AN

PEKK# 1 A}

A &3k}

= 52%E

3

SIS = =t

3z
=

Aol o#E M= (benzoyl) 7] 7}

K

HolH=A=AEY +

3Z
=

2 (benzoyl) 717} A= o] A,

44& 7

Al-gghet.
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Hke-7)o] Rl 1, 4-thol#=A] WAl Diphenyl oxide (DPO), terephthaloyl chloride (TPC) %
isophthaloyl chloride (IPC)®} 788 A (Capping Agent)<l WlZxd Z=Z2}o]=(Benzoyl chloride) 1.5 mol%S %+
S8l Sx-tho]ZEZ WAl (oDCB) o Wi TAld &3lgh & gy £EE -10 WA 5CE wErh. o] A
terephthaloyl chloride (TPC) % isophthaloyl chloride (IPC)2] W]&2 9:10]t}.

|HEEE -10 WA 5CTE dAHSA FAAZIEA EHiQl AlCLE FYsth. S F4o] ¢ & &4 Y9
N & Boj¥ &3 FAld §98 wik(stirring)stdA WHg71E 100CE S&A1A Zol 8 2A EA1E (PEKK) &
=gert. 1 F 90CE A g Aejell A PEKKOl benzoyl chloride® 7% 0.5mol% FY3ct. HAZ =34 ¢
e veke 33], IM 94tz 0.5M NaOH& N o2 AAS L DI water 38 G4 2 180T %37 F3te] PEKK Z 3
d3S A,

Hluo 1

k270 ®:-w<l Diphenyl oxide (DPO), Terephthaloyl chloride (TPC) % Isophthaloyl chloride (IPC)Z

e}
-
N Al (Capping Agent)Q] Benzoyl chloride 2.0 mol% ¥F-g-8mjel o2-tto]|Z 22 WA (oDCB)o] ¥WaL FAld &
gk F gyl 255 -10 WA 5T G

EAEEE -10 WA ST AASA FAANTIEA FHlQl AICLE FAT. Sl F9ho] B § & dol
NE =olda3t SAll &4E& wHk(stirring)shdA RHE7]E 100C2 $2A1A PEKKE Td3dt. 34 @
e Hehe 33, I Ak 0.50 NaOH&- o2 Al 3kaL DI water 33 4 2 180C HFAx3ste] PEKK 5%
ARe A

A 1

DSCE o] &-3le], WA 3} (Half-crystallization) £EZA

AAle] 1 2 Hlnld] 1] whE PEKK ¢ dX18 DSCE o]83sto], wAA3}(Half-crystallization)Z7}A] 2
g 28NS i’ﬁé}oﬂ‘ﬂr ols [ ] ‘/lrE]rlﬂ Atk 574 WS T2 (isothermal 202 F&HEE
A3sHA C/min) LTXP} B el A d4st 2%7H4 7% (quenching, &% -500TC /mi
WSk g %5}—3‘ %Eﬂ B4 dAs A= 71K Egsted dEle A8A7HE AlLte)

o] AAE £ 5 =H3t}. =A A= Perkin ElmerAF DSC 8000 o] th.

H-NMR ¥4 (benzoyl”] ¥41)

Al 1 8 mlale] 19 F|olH 2 A EAE (PEKKAE Eekell Wz (benzoyl) 719 S7F o4& H-NVRS 53
ShQlstar, 1 A= = 2 939 o ‘%E‘rlﬂ JTF. B, benzoyl”Zlel A¥E 3714 F FAUA CE A9
g 42U A 2 B H-NMRe WAAE 7] & 1o et o] W, $29U=}F & PEKK back boneo] Z3H
02 oAl peak7t THE ] 5] ofdw Ads A

g 3

Inherent Viscosity % Melt Index &4

AAle 1 % Hvud 19 Inherent Viscosity2} Melt IndexE Zzt &AHste 71 AFE 3l7] F 39

YEFATE. Inherent Viscositys ILwAt #S &9 HEE #8wo HERE e s vt Melt
Indext= 4&2 ZH2ErHE o]&3ty 944 &9, 44 2= 2 &8 A9 FEFS A, A&
g/10mine] Tl A EHZ Ho|rt.
¥ 1
A4 H] 3 of
g2 355 340
Half-crystallization 49 520
(210°C7]5=, second)
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[0121]

[0123]

[0124]

[0125]

[0126]

[0127]

[0128]

[0129]

[0130]

[0131]

[0132]

S=506 10-2250302

* 2
H-NMR #21 Peak ™% TAA2F A(7.80 ppm) 2942 B(7.65 ppm)
A Ao 0.470 0.050
H] 39 0.344 0.028
* 3
Inherent Viscosity(dL/g) Melt Index(g/10min)
AA 4] 1.14 28
H] 2 o] 1.26 5

A7) & 10l 1A whel o], ¥ owbyo] whel Rwew 4% (TPC,IPC,DPO, 1,4-Thol#isA] W) o= Alzd 2
Alel 1°] PEKK= R=w 3 (TPC,IPC,DP0)S o]-&stol, Al® Hale] 1o Hel Half-crystallization 7F4 4
QAgke] oF 1/10 AEE AT AL AT F U

A7 % 29 = 2 2 38 #E3FPH, benzoyl chloride® 3 O}X] &2y sty vlald o PEKK AME Lo
benzoyl 71 Bt} A A o] PEKKe] Al& Zete| benzoyl7]7F Erohs= AS <4 &= o). =, B @y o] PERKKY £
Azl od F%¥ PEKKY AME weho] 1o 73 benzoyl ]i MFEHANSS H-NMR ZHHZE Ea)] & 4

I
tho R e
ATk, EZE, E 1o} 3ol /“’\] ol o] FAYAES] HAo] Hlude] BT ¥ F5& & F Uvk. 7|F PEKK
o FFAZYR oJsh= 4 vfel Z3F A wkgell &) HFAL A GETE K3 IdF ZEH AE 4E
of FRAoR Zr]Zo] “”gopﬂo S ¢ g . v, B g wE HFAE FHete WAE xFete
Azl o8 F3E PEKKE AlE Hebo] 1120l b3 benzoyl 7|2 FEHO R 1 7FF Al gyZo]
Z PYAEA Fgo=2A Hx 550l Mdd 5 AUt

A7] F 309} o], RAukwol Ao Inherent Viscosity: 1.14°]3L, Melt Indext 28(g/10min) o 2
ZAEAT. ¥hd | B o9 Inherent Viscosity: 1.26(dL/g)oliL, Melt Indexi: 5(g/10min)E A ¥ o,
Melt Index®] A% Aol 5 vl z}o|7} e},

wepd, Axdel S, ARAE

= PEKK 1282} Al& @ebo] Fridel-Crafts Acylation WF
=S AAISHE benzoyl 712 i H o] EA o] 2EHATS

& 4 9l

Hh o vlaee] Aol A BT dl 7}5:‘411]% 3?7@13—‘2 AV A geowM, FF x7] HEFAV
TPC 2 IPCe} wmizl7A] = Zwjel AIC139] Al-Cl w9 Aol o8] AWAE carbonyl carbocation® @ WH3HA =
o, a8z F3 fHE JpgEtE=E EoF TPC ‘%‘ [PC9] carbocat1oni} NP A 2] carbocation®o] DPOo| thal] %14
Z}A| (electrophile)dHg Al AABAZE o AFAZA L A IS oA Eshs TAHo] AR &S

o 5 siek,

(

ool o Aol ey EeelHEAEAE] F3 W%gl uEE Tkl o] o b
Zalol=o] H &S ko] PEKKHIX A& b Al 99
web, Zelolel2AEAE H7 AETH Al 4 7}%@3 Adste Zvte AZE.

wge] A Aol maw 53], ZE“EZ%]% A7 e e EA a2 Tt

NENZABAE RA AL e m%oﬂ A2 (benzov) 717 F4
orgyE A T3 ek,

r&

T3, ®oubgo)l o Ao wad ZdHEAEAE AxPHE g7 A W SYanES Hisleta, 1
2 g2k T3 # 3 (aggregation) S WAt =AY (scale) AES AT 4 A= a7 9

o] el A - wto]l FAHQ FALA T e 5EA AGEY IgHE AAld 2 =i o AuEo,
o] H whgo] mr} Aykzel O]EHE w57] SEiA AlTE AY B 2 odgo] Ay A B dAHEHE AL
ofn], R utgo] &3z g okl B4 A4S 7R AEhd o] d VARYYH e 4 2 ay
S #g 4= ).
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[0133]

F1

HALF CRYSTALLIZATION TIME (SEC,)
#é

185

I4 B B2

150 195 200 205 210 215

ISOTHERMAL TEMPERATURE (*C)

B1 00 TR TEOTTOTAOTEOTATATY VA OT0 69 60 67  ppm

2 e &
% & 4 ar
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EH3
O
0
CA
C ; DPO % 812} chemical shift7 ZHM S 7|
A
B
4 83 % 1 B0 8 18 T4 i
Er4
I VENT )
Agitator Benzoyl chloride S
& B D
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1
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(@)

VENT
Z0ifeeder  Pgitator
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