ojo|a=aHE o83 A7 TEXEN 2

1. MB

i A durdez Auirstn 3le
upo|A R B §8Eol Aol 7hed Ao=
ad2A] otk 7] vlelAR AR TAH 53
g gojt] ¢ FAl Bopl F2 ARHIAL, UF A

Abg gt A ARl WR W @R ©
VAR QA= 22 19500 a2t mlolAas
5} oUxE o] &3 2ol ALE L, ojojA FUE
7Vl A=) Gol dEEA 59 718, AEe) z7
o} 3, AR ¥ A 7, g AF 873 &4
Al 5 A Auto] gjgt 8-go] SriEn k!

|9 43N AZF}

1998 AP stekEeaH(Eah 1994  dAcheta sjetuk(ERh 1986  Aguisty st (EAD

2000  AZEhR gekEEtahaip 1996  IgEahglw AsAlEstei e 1994  Aguisha getasI(Aap

2000~ #=HsAT FskAhAAT 2001  EFRFOEn AT 1999  Univ. <Claude Bernard>
a4 a7 2001~ A=FEATY ke Lyon 1 2#AAg5 (2h

aq HeeTd

1986~ FrEisidTe sjEaAATT
dx  BEATd

94

1982 skista FAsfstE(sAb

1984  gkiista FASEtEH(AAD

1999  s=mslyled dstgsta (i

2001~ ©l= Virginia Polytechnic
2002 Institute & State University

3}&FH(Post—Doc.)

1984~  @=BEATY AT

a AT

oIiE

1980 A&t Ttk (Ehh

1982  s=wjalyied SIskEslaHAAp

1986  gEdEyiedl sishgatal(aip

1990~ 9=University of Manchester
1991 Institute of Science and

Technology A7&

1986~ g=sisialTd spekiAad

A 7 aEA eAAd TR

IR

=

P -2

Novel Process by Microwave-assisted Polymerization

stz 3 etad 1Y 3lskA A d R (Youngjae Yoo, Yong Seok Kim, Jong Chan Won, Young—Taik Hong,
and Jae Heung Lee, Advanced Materials Division, Polymeric Nanomaterials Lab., Korea Research
Institute of Chemical Technology, P.O. Box 107, Yuseong, Daejeon 305—606, Korea)

e—mail: yjyoo@krict.re kr

292

Polymer Science and Technology Vol. 16, No. 3, June 2005



103 GER O

nagnetic)

a8l 1. ™xt7| 28 E& (Electromagnetic spectrum).

o2 EAE VMV dxshe FHlE
Ae &, 4%, 371, 1Y Sl A% Ad BAF §
o] o] &= it 7t Wbl wt IA R srE
7R v o1 sledl, RS 249 9
Zoz¥E AL 7lslo] EAY EUL sty 1
A1 GAE) Ysie] AAJs] WE7ER] FpdshE
Holc}, ghde| 8 1049} Zol B2 Furg 7
+ AATE ol gsto] HZFEE AA7L HEAIT H
o] B39 UF-oA 7do] o] R F4E -
714 && WErkgelgtn &k ol /714
2 UErde A, EAG 2Rl Atk (scatter—
ing) k= o9 gol A g7l e Ao
TE-&2 7FEol 7FsskA Ak Eg 5343t 34
EAE 719 4 3, B3t 2708 WHFe| e A
Ag HeS A8 5 gloy, 4 Fe] 197
£ 94 224 F Adv+= AL AT Ut
A o F mpo]q 2= F4 300 MHz?H
30 GHz®| m#e] Helo 8992 54L& 9nsic)
uto] 2 7o) L whto] 7 21 UHF €en]d
o ARE 7t g2 S 9 Hloly 5o AN &
E7A] - 5 oA ol&se I Fagt A
glojct. waba FHE Fukre] dedLdE EA
712 k3 FESHA o188 AR FAFQL 1Y
of ety Fapprt dgEo] 9lon, nlojaz2 s 7}
dE A8 B Aol wet 5Hdz Aeg
Fagozt ggEe] vk 1 gL deldh o
% B4 5 AR e fxol1 1 09y ¥ &
Lo AMgEe Foert 47KE A FH 91,
°|Z& 1. S. M(industrial, scientific, medical) ©}

detn e

e

1.915£25 MHz
2. 2450%x50 MHz

DEXHER Jls A 16 ¥ 3 3 200549 69

3. 5800x75 MHz
4,24125*125 MHz

o] tlg Z wlo|aE5} 71l - AFF o2 915 MHz
9 2450 MHz9 2 F/9 Fu47t @3] gich
olF 71 g 2o|x 9l vloja Ry}l A3 F
4+ 2450 MHz (3P, A=0.122 m) & A%33 A% 5
7 (penetration depth) & zta1 9lo], o] Fulrdlg
o] 22358 £YT + U ouxde] U] o
Bl wol ARgH o] grt?

2 oAM= mlo|azs) 7idel de, 54 9o o]
5 o] &% A L FAAA S8 o, 53] nEA F
doll S84 ool dist] Avlstazt gt

2. 00|32t 71

2.1 OO|3 20} 79| &lg)

AR A9 T Uil Qloly AwkEoR 9k (+)
)&} 1 F3o] &upgle] Q= &(~)olee] Wz}
7} g o121 o] AABAE A AZ(0)2) 3
2 =0} gk a8y, SR} vlolaRd £ E9
A7)Ae] 91X 59 a8 248 $45 2R
N WA FYAPRRE) WY = BZo] AA
ole3} Arte] Ho] AP WFo R AN (re—
alignment)©] ot} E3 o] H7)Abo] Ao
2 WslEu 425 ouwgon WA o] 7
& gt 2 AR JhERA G I
9]0 Batgle] Alolo] AEE wol WI)FY &
of 283 WS 5 3, oleH A3 AR
o) wsto] w2k ARIA AL ThAlE g e
olejg sledo] vz fAstd Ee YRIIA walo
T}, o] & AFY mpRdeleluy & 5 glon =
e B 2R ldo] 3= olgst AE wEh

22 (30 (@9
oal 88| | 9g
el el | oe

+ +
Ve /

38 2. TIE WollM ASRe] EY.

293



o9} Z& 7 wiAHUZ &l wlelaRs} A7)
oﬂ l‘a‘s‘:'?_l %21]7 ]’ ‘a"ﬂ '?"“7']% :—gll:%}%:‘ OﬂL‘]Z ] P, absorbed
tOe 2e Aoz madwy

Pabsorbed = 277‘ £,E : =0E :

Papsorved =absorbed power per unit volume
. frequency
. complex permittivity of the material

. electric field intensity
. conductance

Qy o~

%, vlolzizst /9 A F48 oAzt %
& € s Bl ulaR,
P

absorbed

< £”(¢-tan §) and E>

»

where tan § = 8—(loss factor)
£

E3, vlo|azat 4 08 AT Ho) Dp
(penetration depth)¥ 33 9 279 FAEA
FEE von o 2 2oz Yehid

D, = cg, 1 2nfe” =1 /(nfuc)"'?

Dp : penetration depth
& : dielectric constant of free space

{4 permeability of the material

Z, vlola 2wt B4 08 AR dole F
7t AAAY £39 FAgo] F45 L) wel
A oot Bo] §1&0| I I AV FAS A
T mlo|az g Alstgts 1 £ Yo & &
EA7F B4 spsAdol Frptt

22 O0|320lE 0|88 A2 71

AARE 38 FA Tl o] EHE ddoRE &,
oAl 2, WE T AEGE o] g3 Wy Fol
T2 AMHY gt} o]X Y A=FS o)F3h= U
< 9F Fdo] vhgEo] EglE €718 WA 1
g3l Algle] Add F EAE it o)
A thakgt 229 4 Axke wel ZE x7io]
W3R 5= Q7] wWFol oluix] AgHedA ul$- =g
2 W EEEQ Bolt}, B3 Agte] Aol whet bk
S 8719} HHSEY B o] o]FoyX]7)= AN
o]2igt #rgo] o|FAAR|7|7EA] FAIZIe} AQHH 1

294

> < D €
N N

> < i » &

2 A~ & 2 e

Conventional heating Microwave irradiation

38 3. 0jo|ARTE 0|2F 2Y Y.

OJAMAE AR 4719} weE TEm SR U
gt 9]%elA 2 L& iy} AR 3). vk 6}
ol 71 We-Eo] 9%e AY Qlo] LA}
£ o] glomz B 3elA Y 2 BN
W2 ¥H U YRE A9 FAle) 714 471 9
7] g HS-EL BE A7 ol gdshA weE
4 9tk

23 njo|A 2} 7jHe| Sx o AFS

ojn] A3t uls} o], 7)1 9% AYE o] &3
9% FguaelE AR, difel 2sle] B Aol
A Fo] 7ldshe waloz He wheEol 1w
oM U2z Azt mebd weE i e}
B o]Fo] FAUS 2L RIE o]/ 7= 4
2k Azto] Beajt) §1 nlo]a2HE wheE B
29 370 A WiRrlde] dolung ueE
o] Whtel 9)3e] U 7Hde] shssict oAl T
A, vlo)Z =5} 7lE e weE ApAY} BAA R
£ 7tdalolr] wEe] )& dHE o3t o)
el AT 5 AE ey 2L Eao] 9k

231 55 714 (Rapid Heating)

oo F 25 7} Hh-E ApAjelA Ho| WA=
g2lo)7] W o] stde] 23k AIRMS FA ©EA)
1 £ gtk & WEY Fno] Auglo] weEs

olr

b

23 Fldehe BA0lZE 1ee) JouAE WA
A 71Ee) WpEoR FAA Y AYW gL

T o g5t MEsith (Ol 4).

232 B2 £8 eMIncreased Yields)

o]z 25 k9 X&Ho) S5 oux] A
S0z B YIgEovl rlo|agup} F4HEHE
ZAo] 7hsstn, F99 H§W7] ) 37 5
7¥gsA] 7] wiiel| JAs] dREo] FoAn
o wpet 71Ee] 71 W) Hd 20~30%9 ¢
< TN F UTHE D.
233 7t 71¥(Uniform Heating)
719 gRrtdelAE whe7] vele] &EajolE

o O mlo Ju uf

Polymer Science and Technology Vol. 16, No. 3, June 2005



g 7t glgley, olF x| el e A
RS T BPYY T2 9 Fo] e}
ot} ey vlo]22 9 7l wlo|329E F
A E W71 A7)7 gdsigd gl
A5 s Bt etdeME 5 &
BHACRE F3, S 25 o W
npo|AZ 9 7MiM Y9le] ieato)7t AL

Hkgo] sbEsitt 3, wlo]l3 2k £330 ¢
, & 248 To] EAske FashA ojw g el

rr b

o

ot T N 1 rlo &

Microwave Heating Facilitates
Rapid Temperature Rise

Vessel wall

transparent to

microwave

energy Reactants-

. solvent

mixture
absorbs
microwave

energy

Localized
superheating

Source; CEM Corp.

A8 4. 0jo|32THE 0|8% 7I1E 4.

H 1. njo|3=2y JEE 0|88 TR EEehE nin.

4]

& 55% [deld | 458 [4ie
Diels—Alder reactions 58% | 20min | 67% 6 hr
(laisen rearrangements 91% 20min | 83% 4 days
Ene reactions 73% 8 hr 58% | 4 days
Zﬁ‘;ﬁg&’gs‘)f deobals nto 19% | 10min | 33% | 30mn
Finkelstein reactions 80% 4hr 72% 80 hr
Oxidations 52% 7 min 20% 8hr
Esterifications 86% 2 min 84% | 90 min
Williamson ether synthesis 96% 3 min 89% | 35min
Hydrolysis 9% | 30mn | 73% | 12k

Nucleophilic aromatic substitution | 65% { 10min | 35~65% [12~24 hr

8 0
090 O,Qo

+ Microwave—transparent Matrix

Microwave O O o
—active O
Domains O O

- Nano Phase Separation

Between Matrix and Domains

T8 5. Djo|AZ1E 0| O|MZIE LEXIS| JHEE.

LEAE 7l A 16 8 3 & 200549 6€

Thermal decomposition
by microwave irradiation

7

Microwave

EAANE A9 #dsA 7HdE 5 Uk

2.34 =15 71%Y(Localized Heating)

QHIIEE ol &8 AH¢ BEAY o FEuE 71
o= A AL Erbssith g el 49 55 o
A Ertd g B SEE 2ulv AP s A
AZE FAolH Hgt Arlglo] AQF7| witel 71
Fiol Yolxe 2g 7 4 gt} s mola®
o} 74 Alelle, FAEZC] mlola sl w3k &
A 9] ok BAR UNE A9 vlelaz skl
ZAbe] wet ¥hg-Eo] T8 r1go] ol Al ).

23.5 W2 8E==(Rapid Response)

npo] A2 v Zthshe A9 2ol golsty, 4
gHoz ool W 7aiide)r) wite] A4 7
A, FEEZHEH 7199 2572 58 BF AU
off & = Qirh olF olgste] AFE T 1L &
ZF 23 A (HTST process: High Temperature
Short Time process) 5ol% A5 St

23.6 Z1&kA ZH(Green Process)

BRI mlo]aRTE o] &3t E WHEEE,
ST Go] FoA7] wEel 71 1galel o
gk Hkgol vlsl] Bad vheE g fujo] AbgEe |
A €4 4 itk
AEd e} 22 54 3 S o]gsle] g
FTHE YU npolaRaE AT A e &
& AL A npola g 3R E ARE 4 Qi

1) 349 Az3l, 18583}

(2) 333X 283}

(3) AL d&FE T8 Ho] 9 Ao Hag)

(4) ABAY s A4 o =R

(5) ZAAAA J8 FF 34

6) F5 AEY, 2FEA

a5

i)

3. olo|a=nt JPARx|*C

vlolA5} ZlAYAE vlolazshE WS B

H

Nanoporous P
materials i
(k50 nm) |

295



IV EZ (magnetron), Plo]A 238 Adsls= o)
BIlo|=(waveguide), 3t YodAE 2= &
Y(tuner), 181 ¥he-Eo] YX|3= 7MH[E] (cavity)
TOoE /3%t a8 69 wlo|a R A 7B 7|
2 7HEE Yergdt

ulo] 325 7F4RA F 71 tiEA ol AWty
Zo] nf2 7pg-4 A QAo o] &EE= o B
Ao|cHA” T(a)). o] rlolaZyg} JtEFA =
@Y B9 nlo|g2aE o] gskAyl FPA0E o)

2l 12

-

Directional s
Coupler

ARC Detector __Launcher ., Gircutator

Power
supply

Controller of (Temperature)
Personal e}

Computer

Thermo stat switch (Temperature) T

J8 6. Of0[F 20 ZHEFX( 9 7|2 245,

a8l 7. () @Y 2= 22% Djo|3 20 ZiEFEA. b) ¢
Bl 2£ MAE U8 nlojA=R0} JIEFX.

296

87 W2 SaiE OB b Be He 2E 6
olazs Wert Bestth Ea A2 S0 nlo)z
2o e Bl Z7hEe) met ofe) Pl A
At RS ALSIHAY 8).

4. 00|37 2n} 1A E 0| 8Ft
DR B HE A°
ojo] Agl vlg} o] nmpo]g23}e] EEF A4
Yol € T e ook ANES o83t e Al
=7} 7yt itk Bl 9= SciFinder database
o]g-3to] wlo]| 32 I}E o] &3 A A A
52 5 Jehd Aolt} 1960t A 49
ojf g FEd F7HE Holtht H 5o 38%
7Fe BolT &g AT F itk
4.1 &£31&E%HCondensation Polymerization)
IEA S F EEFEIL dARE NI
A wlelaz st stdol 7t ol A FHoR

¢

ofN

I8 8. 5tE28 no|32n} &%|.° A Emrys Liberator
(Biotage, Sweden, www.biotage.com); B: CEM Dis—
cover BenchMate (CEM, USA, www.cem.com) Copy—
right CEM Corporation; C: Milestone Ethos TouchCon—
trol (Milestone, Italy, www.milestonesci.com); D: Lambda
MicroCure2100 BatchSystem(Lambda, USA, www.mi—
crocure.com).

1004

904 Number of publications on
804 microwave-assisted polymerizations,
70] sorted by ear

60 4
504

1960 1970 1980 1980 2000

13 9. 00|32 ZNHE 0|28 TEA SR 28 47

Ho

Polymer Science and Technology Vol. 16, No. 3, June 2005



o2 o) nisiA ATx Hol AsEoe] 3l o]
g 58 AR5 go] dEA gtk

4.1.1 PA(Polyamide)

Imai 282 HaN(CH2)COOH (x=5,6,10,11,12)
9] A& ZH= amino acid FEAE 28 viela R
g} 7}gAR| e FEEA. o] ¥hg-] B dFAE
o] vlo|a 25}t Mgo] §o|&tx] ¢ho} mpo| AR} gk
qAZ R718E ARSI Bedel ¥ /A4
7t & gl m—cresol, o—chlorophenol, ethylene
glycol, sulfolane, N—cyclohexyl—2— pyrrolidone
ol v EFHQ] Fujel Aoz B uchH

T3, AWE 2 HFE diamined HFHEAAL
(dicarboxylic acid)& ©]-€8t] [-NH~Ar—NHCO-
Ar'=CO-1,9} & +x°] PAE volagsE o]
f3to] SISk vEE 137 o|yie] WE Azl F
25T, hS5E 4] 85~96% 2 vi¢ Erhi 10

e N
HN Q

-

H.N. NH. i i n n OH

: R T i wt .
x 0 0

Mallon 52 vlo]az2utE o]&3]9] PA 6,68
Ao, vlolA R sl TAF Al SRS Ak
7} weld 1 A w4t 3 EE RS gl
AR 10)."

4.1.2 PI(Polyimide)

Lu 7E9J4%E PMDA (pyromellitic dianhydride)
o} S rjolRl S 2 RE vlo|I2uE o]g3te] H
Ay Fe e FAAE Zhe PIE 4516t o
B F QAR o|Fofxich AR DAeA nio]
298 o]gale] Zlotulal A (polyamic acid
precursor) & $4%t &, o] vlo]Z2u} @ EojlA
oju] =3} WhE-(imidization) & AAIgth ou| =3} yt
59| Aol no]ARTE o] &3 A FAHoER
AR A= | Ao of 8 AEZ dFHIle
o 3 A% Z7hel vidy FESA o] FeETn
RS ol HFAE Edshe 84l wlo]
Az23 QF 9F npo]lags £ £737](voltage
regulator) & AA|ste] v 52] 19e) 4ol 7}

1

I
H

\=

—

-

H
g LS SN, ' =1 = 12-16
N e e it aE D),
HO' [¢]
(o)
Microwave Oven (900 W)
ﬁermocouple
Fritted Glass
Funnel 10000
SiliconeTubing| ‘ ‘
Temperature Connector l— ‘
Controller Water for
Inlet Temperature L Field Control
Thermocouple
T T
104 W coil 156 W coil
Purge Gas @) @i ()]
Inlet (N) Floww S
Meter
Manual

Power Trim

18! 10. PA 6,62 PET (poly(ethylene terephthalate))

DEAAEL 7l A 16 9 3 & 20059 6€

Z8lo| AF2E oto|32at &E|

297



Choi I§oME vlo|azdg ojgsle a3}
7o olu=g) Whg-g Eslol YA Pl HEAE A
z&t9 oy Busgichad 12).178

o ML —RT-NH, 0 o 0
HyE00C, COOH.
O O I " O O T
L MeCH
oo coocy, | @Midization
imidization
—NH2 o o

Precursor Foaming/Cure Pl Foam

Agitator ‘ Alcohol
Thermometer

Nitrogen

I

Fluid Seal

Reﬂ{‘( \ /
~,

\/I

Voltage
Regulator

Microwave Oven

a8 1. XA ARJF M€ njo|3 2 vre7| "®

a8 12, Njo|AZTIE 0|]st0] MIE L P 2HEF),

298
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