01G02

1,3-bis(2-isocyanato-2-propyl) benzene 1} g-caprolactam©|
adductE #MHZ dl= SOISFEW s LIYZ ¢/ PPG
E5 SN &4 ¥ 84

Az, 2FF, AR Tripathy
Fadjetim o 3ot

1. N2

7t2ve g 7HZ 2 F(carbamoyl caprolactam)l HFE L FHFAAME 81, sodium
caprolactam(NaCL)& F#Zv]2 3t& stazgeCL)d Lol M83 g7 "o 2A43}
o Axd YUY RIM S Aol Yy o] ol9] 4L Yl nEA HBo
£ PEG E PEG-diamine & CL AF Edlol UUE 69 FFHANEA YU
HEY =el PEG 7t vl AE2sol B Q= UYE 6/PEG BAS ol vy
& 6/PEG ESFFTHAE Azsle AF7F A d7AoA Agslo] " wgo] -
OH Y} -NH; £ £4%E PEG Y PEG-diamine 7} LFAAE 02 A1EEE A Sol= YA A
2 stEnted gtz gdgs) A48 L Alego M HE B AY macroactivator &
Azxste FHol Wadol in siv ol LF el A RIMYANOE YU 6/PEG T3
A 4YeL £ F82 9g 4 g’

Ay D54 JEo R PEG H#EME A14Y Ao ol Aol A A5 ey
B2 JYEol 29 zolo] sl Yehwstg L 4 Uk Acst PEG A=
ARG nEAolEz ALY Aol AAL o|Fo] nTY HEoZAY AYL &
ok b YAR 6/PEG ¥FFAE dAUoly Eelrgozy H§six 24 7
T2 Ao 2dM aFYEE o2 PEGHAY PPG REME =AW H$E PPGIF 4%
4E detiln, sldggolng SR o HYo] glu, ALAME WEHYo # &
AHE AAUo g Beladoz Hgsiejal Qi)

RIMEZo] 8 CLe Fol2FF ol AolM WEZHA S 4 22 olyel molding
cycleAlZt R E AR ol B o ol FosA medoh olde el A
AN 2R BHA FHo uhe FUSEs es) Folstel, WA ¥ nTAYRY
THe wEo g FAEEY B4 HRE AYY’ 18N YR oS PEGE AIEH
< R} PEG-diamine® A4E1G2 ¥ FEYULL HALH, o)A BYMA stz
R stz aeAl S99 aminolysis®t§ 0] alcoholysis¥tS X Th WME Ao 7)ol
o g4dAz hexamethylene  dicarbamoyl dicaprolactam(HDC)$}  toluene dicarbamoyl
dicaprolactam(TDC)& Al43& 79 HDCE W& Z2H4&£EE 2Q wal Tpc: v
g £EE HAAT WA AL HDCOl ®E $48A Yeiwg, yde 3
A B0 g4 JYE ASUE EUHE aT AR 23S, morpology 9} ¥
Agn padch 194 dRe FFUec ¥e4% WEA4e Y4e dged
HDCot & mE BHAE AHBYFSF in siw A HDCO PEGHEA 9 alcoholysis
U aminolysis?t-80] HDCel 2% CLo H@F g AS3 =4 AYsoz Yye
6% PEGS] FFURY YUE 6 95 F ol B Bol BAFHEE Be TE2HERL
Yebdch wide] wakx g 2t TDCE £ $AAololA HDCY ZH$9:= uwhe @
ol dojitr] wiRel PEGY FFHa Lol FolAth #HAY TDCE VAAZ ALt
B¥olle FEEE/ ol =2M F molding cycleo] WolHAM AYEo Mo Be
wdol ok wetM FY&E£ 57 HDCO TDCS AT 8 HoZ oAs = o9
3tet+ 2 & ZE 1,3-bis(2-isocyanato-2-propyl) benzene/e-caprolactam adduct(®] 8} IDCE k&
the 8443 AHggozs 184 A2 PPG-diaminedl VU E 639 Ao} 4z0 3
THAEE ZAsE F2A19 molding cycle?) @28 Alx=3le 1t}
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Agoale nHEA ARoz guddo] -NHE EUs £33z ¥zl 400020 PPG-
diamine & A}2-3t3, BA4AE= IDCO9jol o] AT oA AlL3IAY TDC, HDCEAAAE At
2893, Z¢20)2 sodium caprolactamate(NaCL)& A}8-3to CLE Lol &F st Uyd
2 6.PPG-UYE 67 gL HEjo BEZZFAES BEJT oln ALY FEEEY
stolo} B BHE HAM FTHE L PPGUPHE wiwste] mgtoh

2. AEUYy
2.1 A&
HDC 2} TDC @4 A, e-caprolactam(CL), sodium caprolactamate(NaCL) 2% ©] A 9] A F-off
AlgE AL awE Agssd. $PFEAF0] o 4000¢) PPG-diamine & vl=
Huntsman A} 2] Jeffamine D4000 & A} 3%}

2.2 1,3-bis(2-isocyanato-2-propyl) benzene/e-caprolactam adduct(IDC)2| &y

2 IDCY YA AT HAFY B AT whg 259 AL AH FeA Fx7]
F3loll A 1,3-bis(2-isocyanato-2-propyl) benzene(°)3t IHI 2 <F) B9 2ujd] #iFsle CL
of EFES 4um PET spacer & 71& KBr T $ Alolo] ¥ £E(80°C, 100°C, 120°C,
160°C)St A13te @eldted Bruker Ab] FT-IR spectrophotometer ¢! IFS66v & A}-8-3}o]
resolution 2 cm”, scand 322 EAY AHERL T uwFAF ke wE -
NCO(isocyanate) 332 ¥3E 23t YT B AR A4 gLErt 57t
g42 F&sE -NCO7IS FFHA7 A vepd 9hd, BE2ETL HEFE BE -
NCO 719 @atol ZAl uebxtth A@el Al8@ HALE: CLY 3R I we
80°C Q] A 9ol wigol Yo £daRAe o MY He AE NCOIY #FFE& HELR
th o2 A Figl & g 227} 80°C, 120°C duj Ajzte] W] @& -NCO7I FF
awsg Jeld A4 s0'cY AY HAt & Fog Foj=t W 120C A F4E
ZAaEo] AAYUTH WEAIgo] F/EFE NCO Y FEAAY Fasted, YA
7 olFolE NCOZIY F4HaL WHs AU 2 dZA Fig2 ® LEE 80CE #
A stAA AZke] Wigle]l @& -NCO ¥+ A9 WaE Jehd RAd gAIoIEREHE
NCO T a9 A7} A ER © o)y WA %&& & 4 vk weiA IDC Y W
ezAe e gol st <F 100g(%% 0.48mole)2) IHI & IHI & B9 22ud] g
= CL& 37 Zet2Fo] Y3 80°CollA s AILES B4 Z1F3holA mtsA g
A sHdstsdch

23 insitu SEO 28 UJE 6PPG E= BSENC &Y

231 288 &3

old AT MolM A4 VAZHZE AT $E2 IRHolA: Y& 42 bath
o] Aastn Fgxwiel whgze whgx ¥ AE ol 3709 K-type thermocouple & ¥
stod Fgol AR e FH2H 2594 FHLEY A ug ¥IE FAHA
t}. thermocouple &} % E F%7], 16bit A/D converter 9} serial port 7} W€ Advantech A}
©] Adam4011 & i-486 PC 9} interface A|A F#A13te] Z o] & 2=¥WHE hard disk
7125l B olgdtdrt UYE 6-PPG EEFFTHAMA in sitw L CL I} PPG-
diamine, £ %% vl NaCL, A4 AE 33 FHE A sl PPG-diamine & 5, 10, 15, 20%=
ge)atn 2¢gx7) 9B &5E 130°C, 140°C, 150°C, 160°C 2 31ttt A A= PPG-
diamine &} ®7F &9 29E YR ZE F 9ol FEEFoUQA NaCL o HrFE
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CL 9] Z39 | mole%s A& YL},

o2l whgzulel £ 100 C ol 4ol HE % ou) L@ FE CL, PPG-diamine, ¥4
A8 Wit 30 Hola stdsled A7 PPG-diamine o o} .aminolysis A PPG
macroactivator 7} B H %S &k FHZE ol P4 7Z AALE Bol ol 4o
ot FHFA wgol doluA] drE ot =9 FFE Ule wERe musE A}
&3to] dAF Hx g vkl ulgBo] FUNE oREE AT} weRo] Yst=
z7] THEEE FAHA HA, v YBE FFE0) NaCL 3 2ol CL & T &Y
HEE FAFAZU £ & Fgx7] 229 $UYsI A" QEUA 2§47
NaCL/CL =28 H71st] F8/E /AR A8 code & XyyAAzz 2 233t} o)
M Xe 84 FAE7Y AR GEROIY yy = Wateleg Haele] 4u FA|g
2713 HLE, AAE PPG-diamine 9 %%, 2z = PPG-diamine 2] ¥ ¥ zz(wt%)E R
o & Eol 114D4102 ¥AUAE IDCE A& ¥zb3o] 40009 PPG-diamine &
10wt% 7FQatod 140°C N A insity BZ 3= AL oujgiuy,

232 MYE M=

YA B4 wastzl Y8l PPG-diamine & Al &8t FPzo] Mz oUL &
EA1A 100°C AR dlv] StEE F AL ) FEtolA CL, PPG-diamine # A ME W1
aminolysis WH&-& & 1 A7 B WAG F, 7o v sl SEUNAM £8A
I NaCL/CL ERE S #H7tsted #Ydol Hd F82 3199 cock & Fo] £ 1
2 100C 2 7t2® AEFeo] moldulel ¥ F mold & 160°C 2} M 29U bath o
¥ol 30 52 $83HAUh mold &= ASTM D256 ol o)A@ W2 A4 Al ASTM D638
o g7 I AlELS & F de AHGE 958 A s

24 8213 M& &3

FHZEE Toyoseiki Al Izod tester & pendulum 'S Al38te] 259 0n AFPEE
Instron & ©] & #14] load cell 500kg, crosshead speed & 10mm/min, chart speed = 100mm/min
E ¥ 50mm/min 8 & A 3}9ic},

3. 40 2 0

3.1 S8NHS

old dF e wzw HDCo 7L aliphatic carbamoyl caprolactam ©]1} cyclohexyi
carbamoyl caprolactam 3 & cycloaliphatic carbamoyl caprolactam 7| €4 A= fast activator
of £33 TDC 9 & aromatic carbamoyl caprolactam 7l 84 A3 slow activator ol &gk,
- IDC & aromatic % aliphatic 71 & FAlol 2H= carbamoyl caprolactam Alo]B 2 7}
e £E8 dehdls 9449 Aoz 478A0) Fig3 & 3% 271858 160°C 2 &)
3l PPG-diamine 9] $=& [0%2 st Ao FHE Qstd FHals A S
P ARl e FE R 2% WalE Jehd Aol dAtE Az TDC Q)
BY 7MY =¥ FREEE HO|3, HDC/E 7HY mE FPEEE Moy IDCE HDC B
e R Ak TDCRUE 49 M2 FRLEEE Holn UL ¢ 4 U o
2 271 FHEES} UE PPGdiamine o §%<Q FA 9T MM FH wE 2PLT
of AL wzsA velgd. aea $937] 57 18458 @A £80 B
Aglel FE4Ee 25 welxe A v

Figd = @Y% IDC & A8t T3 27258 150°C 2 TYEF PPG-diamine 9
FEE HU¥ oo wgEo 2% wiaE Uehd ol AWM AFsASo
PPG-diamine 8] &X=7} F7}819Y activator 9] ¥E 2 TE Z7137) R Ao %
carbamoyl moiety & ¥ =7t F7t5te FHEEE Z15ls AL Hol= e g s,
i 3% PPG-diamine o FE7F 10%ol 4 20%2 271 W 938 FHEES oA
T OATE Adu, olAe uRAMEe smst Zrbge wel S $57 251y
of FHEEI BAAVE A winle] R AHYE] Frlo wWE CLO EEo Ha
2 TSR Fad VdEs A% A 45 7] PR
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o) AT BL insiuFAMNE DEAI AHEN BAE FA ot o
Agol= Azte] WE B LEA5ITMo] FolaA Yehdth & W Figd A
ol AZMAANE AYAQN A5 Zojubg sigmoidal curve & Bel Fol FANFR 2x9
Neiwsl 278 Asty olFdl OA eEst At FH FHE FRo & F
o olsh go] T LEASE FUF dAstel we Bdd AW Fojr. I”
o] ol WEe Azt Ast BBol 2EU Fade AL GANFEE AEEHA
ok glAar oo ojFojAx ol FHE AT FZUFE TE A& J1AT A
olt},

32893 43

Fig.s & 2t Alg9 z7] &4 A+E dehled PPG-diamine & $%=7 F71%d o &
4 TDC 9 IDC QY Aol @4AF7 3438 Folgx & ¥d HDCA B¥E &
Wzt Qo Fige e AAZES] W Yehded, ZE B9 PPG-diamine &] X7
zylgaz AF 7w BAE AR IDC A Y & FLE RAT Fig.7 & %
o AGEe Yeudch 8447 TDC Y A$ PPG-diamine 8 F =7t F7Hgol met of
o3 £ AZES B W HDC 9 IDCASolE 23R Yskeh Figs & WAL E
wol Zold = YA Aol thatd PPG o) wFol 15%7HX = PPG ¥l wet FrhEE
Asre meolth 2ZoA BAA TDC Y A Lol PPG-diamine 8| 5= F7tol ©e u
2R 277 AR 2A JEIA 15%83F FHE F4T WEA4e F71e YER
ot} olet el TDCQ A$7 7b% WEZAAol Hold e YdE 6T PPG t9 &
23 g0 1% wol doldulA 7|AsE Rz Bl

AAE Z2REPZF NaCL 2 H7Hst7) Aol 8429 PPG-diamine +e} aminolysis &
%3 macroactivator & AL 7JthatE 100°C ol A 1 AIE SR AFI AR o] AR &
As wgol Yolxttn: B 4 gk wby wgE dde ot g Ae vk
PPG-diamine, 28} 31 PPG-macroactivator 7} & A &3 9l7] w2 FFZulel NaCL H7}
Fol PPG-macroactivator o 9% BEFFHolololx viwkg YA CLY GEFTEE
st 28n F29F RS wel aminolysis X7} walAdA ANFA PPG-
macroactivator 7} A E= b E shssich oju) HDC 9 22 fast activator & AL g3k
7 %o = aminolysis o 7191 % macroactivator 2| Mg E3 cLe FFErdeE vvd
HDC o} 2@ CL o ©EFol B Bo] dojd £ 7] @l PPG 9 TrHaEe
Wolz| Al r} WolE TDC 9 2L slow activator & AHE3te Afole ojukg g Al
o8 CL o ©EZgoldol aminolysis & E¥ A2 macroactivator & 34 AFs Al
7+e 28 4 9lo] macroactivator & ¥ BE2FF Y Aol Bt Wolxctn Eoh
olob 2o o7& olv] PEG-diamine & LEAOZ st Aol old AR AMNE ¥
Ak weld dAagy AdE Za IDC7t HDC ol MM hE FREEE RYLEHA IDC
gM AN A L8 CL/PPG-diamine & in siw 33 %S 319 molding cycle & goAA
2ANE 949 HHES 28 FE AAY WEAAT FAE AEY AAPLE AE
o BE.AZHoZ BE T BIYD e PYrsr|E Fok Figool 2 Alae A
Mg ppG @ ZAA EFo wet Uyt Figsd WEALH 4@ Ags

=2
®olch

L

-

31l
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A:5min
B:7Cmin
C:130min
D:200min
E:440min
F:560min

J

2460 ZSIOO 2200 2100

f T T 1
2400 2300 2200 2100
-
Wovenumbersiem ) Wavenumbers/cm 1)
Fig.1. Conversion of NCO peak (2270cm'1) in IHI to IDC
with temperature and time (A: Smin at 120°C, B:90 min
at 120°C, C: Smin at 80°C, D: 70min at 80°C

-1
Fig.2. Conversion of NCO peak (2270cm )in IHI to
IDC with time in 80°C

200

Temperature("C)
Temperature(°C)
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Fig.3. Temperature rise as a function of time for an adiabatic
polymerization system employing various carbamoyl
activator systems in the presence of PPG-diamine at
160°C

Fig.4. Temperature rise as a function of time for an adiabatic
polymerization employing various concentration of
IDC activator in the presence PPG-diamine(M.W.4000)
at 150°C
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Fig.5. Variation of initial modulus with the modifier content in F9-6. Variation of tensile strength with the modifier content

IDC HDC and TDC activated copolymers. in IDC HDC and TDC activated copolymers.
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Fig.7. Variation of breakage elongation with the maodifier content

Fig.8. Variation of izod impact strength with the modifier content
in IDC, HDC and TDC activated copotymers.

in IDC,HDC and TDC activated copolymers
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Fig.9. Variation of toughness with modifier content in 1DC
HDC and TDC activated copolymers.
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