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Abdtract: In this study, we synthesized and identified microcapsule containing isocyanate, and investigated the
mechanical and adhesion properties of polyurethane resin by adding microcapsule. We found out that the core
material of microcapsule and the component weight fraction of microcapsule from the FT-IR and TGA
anadysis. From the results of adhesion and mechanical property tests, we confirmed that in case of using micro-
capsule for adhesive resin composition, adhesion strength, tensile strength and abrasion were improved by
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cross-linking reaction between urethane and IPDI in microcapsule.

Keywords. microcapsule, interfacial polymerization, polyurethane shell, core material
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B Ao A microcapsule?] shdl AXE 3 iso-
cyanate prepolymer  #dol=  toluene-2,4-diisocyanate
(TDI, Sigma ddrich), 1,4-butanediol (1,4-BD, Sigma d-
drich), methylethiketone (MEK, Junsei)S F712 91 A
ol ARgStAT AWSEES A AHZHYAEE
gum arabic (Sigma adrich)S AF&3l¥M 2™, micro-
capsule®] core materid 2= isophorone diisocyanate
(IPDI, Sigma aldrich), A 74 <3}(microencapsulation)
k3o AMgEl= f7] 841 2% chlorobenzene (Junsd),

%5 7Y

Table 1. Composition of Isocyanate Prepolymer for
Synthesis of Microcapsule (unit : g)

Materias Isocyanate prepolymer
TDI 184 g
1% step
MEK 100 g
2" step 1,4-BD 46 g

HAFAZE 1,4-butanediol (1,4-BD, Sigma adrich)=
ALt Tt

2.2, AMEHH
221 o|l&Aoldlo|E =g EFH AX

Microcapsule®] shell 745 €% isocyanate prepol-
ymere oo S B4 Az kb, &
A, dropping funnele] &2E 57 &8 ¥ WHg7]el
TDI 184 g3 MEK 90 g2 weighingd Tt} 80°C ail
batholl /1 30 min &<+ wHkshA $A3] &sjA 7.
1 %o 14-BD 46g9= 33 F4g ths MEK 10g
S AFgElA dropping funnee] HHo)|  Eolgl:
14-BDE €43] ¥g7] WFE Ao yHY. 11 v+
A2a9718lol A 2 h 30 min &<k ¥FSAAA NCO
content7} o] EXol =23 A& FQlste] isocyanate
prepolymer &8-S A 3l HWHE-S 60~70°ColA 1
h 30 min Z¢=Fs14 MEKS A A3t9 . Isocyanate
prepolymer A|ZE 91 =4S Table 10 YERIAT

2.2.2. Microcapsule A=

Hk-$-7]oll gum arabic 10 g7} 57/ 100 g= <
I ALold 500 rpme] £E== 1 h T &3s)
gum arabic F&YE A =x3IATh 1 E= OE
%719l isocyanate prepolymer 115 g2 chlorobenzene
13 goll &3lAZ o2 IPDIE £Uste] 2 E3ls)A
prepolymer/isocyanate solution (A)S A 23t UA
A 23 gum arabic & AE A3 23 60°Cr}
2 523 & 500~1500 rpme] HEZ WA A
14-BDE 3] FYsto AHFEES JAP3s o
TE&HY fr]Euje] AW EF-EE shelo] 3
AEfler, 1 h ¢ w¥s o W
o $Hol TRE FHES FFRTE AHsta EH
g O 1Y B8 A2elA Adx £ FF dAAolH
& AH83IA 10 h 71 AzsA H7HE RSk
Microcapsule A|ZE 3+ synthetic schemez} =42
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Table 2. Composition of Microcapsule Synthesis (unit : g)
Materids MC-1 MC-2 MC-3
Gum arabic (surfactant) 10 g
Gum arabic aqueous solution
Deionized water 100 g
Isocyanate prepolymer 115¢
Prepolymer/ 1% step
isocyanate solution Chlorobenzene 13 g
) -
2" sep IPDI 495 g
3 step 1,4-BD 82 g
Mixing speed (rpm) 500 1,000 1,500
TDI MEK Gum arabic S5+
Mixing (20°C, 30min) Mixing (&2, 1A|{H
80°C, Isocyanate
2A17F 30E Hi2 i 1.4-BED +— prepolymer
60°C, 1hr &S + IPDI
HUSF {500~1,500rpm) P
(60~70°C, +— 14-BD
1A 302)
L 4
MCO-terminated prepolymer == 4=
T = dx
¥
_ 1
Microcapsule q
Figure 1. Synthetic scheme of microcapsule.
2.3. Microcapsule 244 AR EZ Sl Hz2HE S HUIeT WA E Alzxe
A microcapsule YAk FEl 2 Z7)E HAE bead film¥lol 100 pym FAE A ZRS oy 73}
3t& n) 7 (modd : Camscope, Pluswin)S Al-g3&te] -2 AE FE3I 80°C rolle AHESH FFge F3
SFATE Microcapsuled] WF =& &lstr] flalA A2 HIALSS AN AA AFE Azsta H=Z

microcapsules HEFElA s & FEEIA A2 39t
55 FT-IR (JASCO FT-IR 430)& ARg&3le] #243}9]
om, g = |PA°] B3 AAA di-butylamine®} BE
SAZl S 01 N HCZ #HAHsHA microcapsuled]
NCO contentE =73t Hth X3+ thermogravimetric an-
adyzer (TGA, TGA-Q50005 AF23l4 microcapsule2]
AHEAH 74 FALEY FEHE s

2.4, &
HErA 2 4 ZE9d¥ 44 (PUR 53000

MEKZ 58%7} B =% 3]4st] ARGl A2+

TPU sheetE AR&3ste] AARIAL AJEE A zste] R®E
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S Hrtstdth s J32E 2 ASTM D3359
of ZAstY Tubate] 71E, AR 1 mm FHESE 10
Mol A& To] uER 2Ye S& d & I 99
AR Hol|Zg & LIAA AT 7

oo} F 1007+e] AA F Folde 3o TR =
T3 ARt W2 ATE AFIAG. UnpRgde
7 zute] WMol 3% 1 kg2 sted wool S 203 %
B3te] ~a#x7t HAEE AEE Ahaze TAE T
Attt
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Figure 2. Morphology of microcapsule ((8 MC-1 (b) MC-2 (c) MC-3).
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Figure 3. IR spectrum ((a) core material of microcapsule (b) IPDI).

Table 3. Size and NCO Content of Microcapsule

Properties MC-1 MC-2 MC-3

Diameter (um) 180~300 50~90 30~70

NCO content (%) 22 23 236
microcapsules E3H3E =2|o] JAF EAE HUIEH

A H2EA TS Bl weighingshe] 2420l
A1 1Y, 80°C ovendllAl 3 h &+ A=x, AsAA <4
gt FAe] ANE HFERE Axste WrtRAdd 7144
E4S Hrlelat A=} AAES KS M 6518
of #3 BY cutterE APHE A Zste] SAHSAT

3.2 2 1
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3.1. Microcapsule &M =101
3.1.1. Microcapsule®] morphology 2 size
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microcapsules IPAC] 83l AIAA]  di-butylaminex}
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Table 4. Component Weight Fraction of Microcapsule
MC-1 MC-2 MC-3
Core material IPDI 80.7 72.0 68.7
(wt%) Chlorobenzene 31 36 6.1
Shell material (Wt%) 16.2 24.4 252
Table 5. Compositions of Polyurethane Adhesives (unit : g)
Materias PUA PUA/IPDI PUA/MC-1 PUA/MC-2 PUA/MC-3
PUR 5300
(Solid content : 58%) 100 100 100 100 100
IPDI - 29 - - -
MC-1 - - 5.2 - -
MC-2 - - - 48 -
MC-3 - - - - 47
¢ o WEEY BE IHNEHL fAG Ao 7
AT TGA BHANZRE 2 4R FynE
"] A4kt A3 wikETrF FolA ™ microcapsule U2
o IPDI $teF& Zo]Ea1 chlorobenzenes} shell®] 3+-&
=t I TGA E4AAE ntEo g A A

; 60

00 EDD

Temperature

Figure 4. TGA curve of microcapsule.
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ZTHHl= Table 49 YeERIAT
TGA H7FE# 400°C ©o]¢e] a4 MC-13% MC-3
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Table 6. Adhesion Strength According to the Kind of Adhesive Resin

PUA PUA/IPDI PUA/MC-1 PUA/MC-2 PUA/MC-3
Adhesion strength (/100) 30 95 97 98 97
Table 7. Mechanical Properties of Adhesive Resin According to the Kind of Adhesive Resin
PUA PUA/IPDI PUA/MC-1 PUA/MC-2 PUA/MC-3
Tensile strength (kgf/cm?) 2 60 52 65 69
Elongation (%) 900 780 800 820 800
Abrasion (A haze) 124 13 15 13 12

(b)
Figure 5. Photographs after adhesion test ((@) PUA (b) PUA/IPDI (c) PUA/MC-1 (d) PUA/MC-2 (e) PUA/MC-3).

p—

R

Aol A ddE FRAHIE & doldle 4
kel A7t B E Solwtth PUAC] &3 micro-
capsules] WEENE HrIs Ay IPDI AHA9} FY
3k oko] IPDIE E3&3l= microcapsules AHESE ¢
PUA ©=o) Hls] Hztgo] =4 FFEHJAS. oA
A= A2 AlY A A HZEA] Wl 23
¥ microcapsule?] shello] 3o WH IPDI7} #&
H7] wiol H2E FFE AL AR FAEH
Atk A =F microcapsuled] FFol WE H 2 Pt
A Al FR{F EF IPDI HE Aok fARE xR A
o] sttt wHl Sxo WE Al FFHY mi-
crocapsules YUA Z7]= TEATE NCO content”}
Abstal J2 Ale] Ao R W IPDIS] 9F
<ol 7Fsatl7] wEel FRe Adaslel AR A
2o e Uehd Ao® BoXtH19,20]. H2E 7t
A= Table 63} Figure 50 e

ZE-de FA IPDIE AH FYsIH o]ikAof
Ho]EES ZF3H= microcapsules} FAME HALEE
UYERHARE IPDIZE &35 #] 942 7%= IPDIE
Festd ZutE Jlwgkgo] FaEo] @Az el
Abg-afoF Hth dFA Y microcapsuled] A -$ollE R
oy 9 EFZFHE Wi IPDIE RE3tH} A
2+ Al shello] 3] o] IPDIZF RrEE A 7lwdk-go]

.
T

©

(d C)

AgHue wAt FAs £gE 198 EHyos
A8 & gl Aol St

3.4. microcapsule EgH Z2|LE £=X[2] 7[AINM M
Z¢-%dek A AA 3 microcgpsule EF Z8]-7-7

g A9 7AH sde @7kl SsiA PUA,
PUA/IPDI, PUAMC-1~39] YATFS ZHzZke] BE=9f

weighinggte] 80°C ovenollAl 1 h &< A3AA 5 mm
A NER Azt 7IAH E4E& BriskAh &
2] -#ekA] A2} IPDI 8 == microcgpsules
23 499 71AE B4 Tale 79 YeERAATH

o edesA AAY A9 AFES FskA
T I EE obF @ton IPDIE AHESHH diiso-
cyanateol] 29JgF ZtwHb-go 2 U3 AFA=IF =A
AE Ak PUAS] microcapsules 8314 7)1A13
E4< Bk A3 IPDIE AME S Wk fARSE A
Eo SA%Y E3E Yeliddg B8 mico-
capsulee] FHol WE AV A ARAE] F
BARAETE AR A= HEY grbadsel fASHI
WHEESE zpolol] of3 microcapsulee] WA 7= o
229 NCO content’} S-AFSH?7] wj&EQl Hogw =3
Atk 1 kg 359 sted wool & 203 SEs] »~5
A BAHEE &Rl A7 PUAE H7F 3o A

-

HE W A 2157H 3%, 20144



o|aAloP|o| EE 298l Microcapsules AR

haze7} 1242 ufREXo] ko, |IPDIE AH83tH
7t QIgk AAAH)] E4FEH A et §4
5 FA Eolxth 18|32 PUA® microcapsles -8
g A= 23 A7F ofgE B = P = (Ahaze:
12~15% urtx EAo] FFEUTE. Microcapsule
Heo mE ZAH =4 Wt AAEFRH mico-
capsule AHEo 2 ZElpdle A9 H2E g9 74
2 B0l FEHE AS AT

4. 4

rH

2 AFdAE il o]iAodlo]lEE Ejtete
microcapsule A= R H&ZA) o tig H& HIE F
aystR o, &A= microcapsuled] T3 B4 = Zg

oger Aol WS weo sAH B} A
Exo t3 1S EdA oy o A2e

25 ¢ AES
< T AT

(1) W core EZE IPDIS £33t 212 shell
%ﬂ—?—ﬂﬂﬂoi T4 microcapsules 3HAEFH L
}'ﬁﬂﬂlﬁ" AF&-31 A microcapsule®] T& Ex=
P T s 2o J3u AMFTE Al
Z7tstel metA HEo] JAar7r £

7i 2}?_1?3‘}9513}.

(2 A== microcapsules FEE|A Fo= & HEGH
=49 FT-IR 245 T34 IPDI7F AEst © Ae
gelstglor, TGA #A 0% ZF A48 4S9 diH
£ st

3 Zde Al microcapsules B8 A
o HAEALS HIIEE A3 HZR AlY A
microcapsuleZ -8 =¥ W IPDIS] 7talRk-g-o
A Ze]g-dle A AA o wls) F2Ee] A
= AT

(4) Microcapsules ®W-&3tH {254 W
Zede 29 JARA =} Wrte
A FgEE Aoz ST

e o

I H#Erlo
rlr rfrﬂ\i‘

l"

|

p

09,1323:-{0

&AL

® od7e

A1 (FAHZ : 10048308)2] A HU-S
ojo] ZMAEHUTH

A7) S AN 47 S A
A

b

O
Mo
ra

1. R. C. Brown, J D. Rasbery, and S. P. Overmann,

Journal of Adhesion and Interface Vol.15, No.3 2014

10.

11

12.

13.

14.

15.
16.

17.

18.

19.

20.

21.

22,

. |. Genta, P. Perugini,

g A=A o] S wet Ay 115

Powder Technol., 98, 217 (1998).
. S. Sm, J W. Kim, H. J. Chai,
Chem. Mater., 13, 1243 (2001).

and M. S. Jhon,

. Y. H Lee C. A. Kim, W. H. Jang, and M. S

Jnon, Polymer, 42, 8277 (2001).

.S Y. Kimand Y. M. Leg, J. Ind. Eng. Chem, 5,

306 (1999).
. A. Dapiaz, A. Scatturin, B. Pavan, C. Biondi, M.
A. Vanddli, and F. Forni, J. Control. Release, 73,

303 (2001).

. J. Matsumoto, Y. Nakada, K. Sakurai, T. Nakamura,

and Y. Takahashi, Int. J. Pharm.,, 185, 93 (1999).

F. Pavanetto, K. Maculotti, T
Modena, B. Casado, A. Lupi, P. ladarola, and B.
Conti, J. Control. Release, 77, 287 (2001).

. H. S Tan, T. H. Ng, and H. K. Mahabadi, J.

Microencapulation, 8, 525 (1991).

. A. R Kulkani, K. S Soppimath, and T. M.
Aminabhavi, Journal of microencapsulation, 17, 449
(2000).

H. Y. Lee, S. J Lee, I. W. Cheong, and J. H. Kim,

Journal of microencapsulation, 19(5), 559 (2002).

M. J. Hsu, B. J Chen, C. Y. Chen, and W. F. Lu,
inProc. 4th Adan Textile Conference, E20 (1997).

A. Lamprecht, U. Schafer, and C. M. Lehr, Journal
of microencapsulation, 18(3), 347 (2001).

Cornelus G. De Kruif, Fanny Weinbreck, and Genko
De Vries, Current opinion in colloid and interface
science, 9, 340 (2004).

R. Bodmeier and J W. McGinity, Int. J. Pharm,
43, 179 (1988).

R. Arshady, J. Control. Release, 17, 1 (1991).

P. Cdliceti, F. M. Veonese, and S. Lora Int. J.
Pharm., 211, 57 (2000).

J. Yang, T. S. Chung, and N. N. Ping, Biomaterials,
22, 231 (2001).

Y. Jngle, W. M. W. Kdler, J S Moore, S. R.
White and N. R. Sottos, Macromolecules, 41, 9650,
(2008).

R. Arshady, J. Control. Release, 14, 111, (1990).

S. J Pak, Y. S Shin, and J R. Lee, J. Calloid

Interface Sci., 241, 502 (2001).

C. L. Chang and H. S. Fogler, Langmuir, 13, 3295
(1997).

F. L. Jn and S. J Pak, J. Ind. Eng. Chem, 13,
608 (2007).



