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Effect of Catalysts and NCO index on Synthesis of Rigid
Polyurethane Foam
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19379 Otto Bayer°ﬂ oF E & F Mo BF7E AL e ojiAotdlo|EY W&o
2 Zeedus ddAoz sEs ojFR, x4 EYfHEe 4F Ag EobodlA FHASA
Ara=E 3 9t 2]

I FANE ZAE ESHE B 44 AdsEe dEAF M 58 2AZA g2 §FA45A )
v 3] Hojd 7AFAE JMAt 53] QARE F3] 7] wEed AF By Al 9dAY FAE &
d F 3, AF 7HE 2 FHE #F2AY 5 dd3-6].

Z2dg AF9 ’ﬂ"“ 2 FTAANT wet gt ez LTyt FasAEY. Esdw
Eo] gAdAME A48 S 2IAN7|E tind Fvlet £23 wgH T3NS FAo) 3
A7l olflAG Y EHvlE P%} Atk BHHoZ ALGHI Qe oftl Ade Fuje o|iAl
ool B9} &4 F& sFgE F 71 E-r°ﬂ"1 Zuj8g 3 ¢ Jrh wepA oyl A Foje F
o g Y-S dS BASAE F J3;, XA A% A 2AL FAANE 4E88 & FU
Utk BE AN ol F 7|AH LAY 17“13 ZoA &lﬂ nAE 71E8 Psle 988 &
Uk #A4 g ZuaRe o 2A4L A3 e d7E €2 AFAEY 95 Jgo] H
A= g Eog FF/ ?:h"r%*% WA A LF AFE %\"43}‘5/‘1 Azd A4 Zeedd E9
Qe AAMeR 13 & AFE Bad wrt gl

oliAlotlo] EE WgAdo] miy AW 53 BAHAFLE VMR v AFEEY 4A wsde
EAZAN, &¢FHE o]9o] amine, amide, urea, urethane, water, carboxylic acid, epoxides 3 H+
A "k L3 olkAoldlelEE g E ot} whSE AU HFe oliAollo]E A}
olg] Htgo 2 Az AuolES Rl olhrolFHEE P rtaxe e JAE Zx
2 F7MA 7l 98-S o olgid Jtuxe FUtR A3 e ES HAE AF5HA A0
72289, AAE<Q hard segment®] F7FE Udld F LA E9 friability7t F7hstA €
Ze g F AR o]hAloldio]Ee] o] FHEIH HEF FoA olhAolrHlolES 7
& trimerd] FH-#Fo] molAAlFG. 1Edle olaAloldlolEL HEE T A4S
AAZE TLE A7

B dFoME o7l A 12 pentamethy] diethylene triamine(PC-5), 33% triethylenediamine +
67% dipropylene glycol(33LV), dimethylcyclohexylamine(PC-8)& Ab&3le Zg g Z o A
ZA, B9 Wr32 % profiled ¥HE&E 5& ZAMElY FHojo] 43 FHIT Feo ZEAF 1
Aedds RASG O, BF A% wE Fo 7Fe AV WIE #Edld Eo 7|F A7)
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S 7129 24T BAE nFFAYG. D NCO indexE 2L, 7€ ale 248
228 Sois mimers] FHFE TAAVE 4% 2 208 27 Agsel B FS
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2. ol&
2.1 98 WY E
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HAdle] Eo ZAEE BYdle 9

9] uw&& oyt ?\5_‘3} ¥ la)d Yebd  polyol#
A EE FASA &, 2% 1(0)d] YERA B

A CO7t LAY, ol FAH=E Fg¢dots
FAc 28 1) daAdet #2e 7ln BP°°“1~] Z9 A5 g
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Figure 1. Synthesis of polyurethane

2.2 Zuj

Z2 Lol FHojg whgE ojaroldlolEg} AF, oYl B 59 FAHFLE TS Y B
HAApolo Al iy, AL EEE Hule AA tinA e Sz} ogl A ZFujs} 01%511 lth, tin
A Fule 52 54 8 v3g s =Hol A 3 £ Fo|2 ol&HY, 1P ALY Agde 2x
Ao 5o BACH 34 ol FHule X 3 wey FINLE BEE F1E 4 °‘c}. 53] o}ul
A Eule 47148 S7MAA 9SS 2484 § A3, oftiAl EFuizt A gAFHA FE &
o Zg A 23 e & 7 doH2l gwrE e ordlA Euivl $dES HAY oo W
WruES 29 20 Ve
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Figure 2. The mechanism of amine catalysis : (a)Activated alchol mechanism,
(b)Activated isocyanate mechanism

a2 2 (a)E oftle] &F& WA FAFAIE NGO R ofvld o3 FAstE FFol ol&A
oflo|E 9} wgate] WS FAsE wEolth WE 29 2 (b)E bl oliAoholE
ol 24 7t2rgdrle BAE WA TAHAY F ¢IFH U35 fHASSE “‘“*3}“ #ARolrt. 9
g 2ol ol A Fuje olAAlohdlo]Es} B FL E}ﬁ% EEA Eof WS T 5 9l
1"/l—r?aﬂ‘cfbl Zo] Fopollde A 3 wEH ‘i’v_ & A FIE F Ae Foe A7t
o] aHo] foi7]. 2¥3(a)E 3BLVE A % H°l“1 (b)e PC-82 Azt LEE FA
&ZIO}‘“ Zujo|a1, ()9 PC-59) A+ TEEI Fvjolr}.

0

F\

(b) : (c)

Fieure 3. The structure of catalvsts : (a)33LV. (b)PC-8. (c)PC-5

2.3 ol AhAjoHo]lE

O]i"]"ﬂﬂol-‘i—‘é 27 TDI® MDIZ v & glon zZtzhe] £ L olfje} Zrh. TDIA o]
Aot EE D ALAME ZAAo] HMEHA gon @ wEdde f5Ac] F TEAY
474zt i-T’— AU E gojA HAEXF Aol FL& AHe| Urh. MDIA o]&AopdlolE
@ Z7I1%0] 2n @ AEARY @Fo) o3y @ dds Aol doem @ A A
zte o] %— 7vste Aol otk TDIE olaAletdlo|EZ| 9l 33(48%)e] = &dol B7] Wi
o AW 2EAe AMzo] oy o] Rormz F2 MDIAETY oliretdo]EE AMgsle] Hd
dEAE AZch MDIAIZE S olAAoldio]Edl+ pure-MDI$} crude MDI{polymeric MDI,
PMDI)(18 4), ¥4 MDIZ YE4 gles PMDIE walnzle Agd wel 394, 4383 Fo
2 Vo PMDIE WAzl o wi o8 FF7F sloy 9 7t BETE = A=
7t Z7vEHA g



Pue-MDI OCN—@- CH;—@ NCO
Crude-MOI ocw@—m—@—moo
CH:@NCO

Figure 4. Chemical structure of pure-MDI and crude-MDI
3. 4%

3.1 A ¢

Zasdg T Aol AFEE E822 34771 4013 OH valueZ} 4009] pentaerythritol S 7122
& Zaoel2 Zeey 2E717F 47502 OH valuert 45091 Zgjoldl2 E8 &8 AMHSIN T, oA
ollo] Ex BASFALS]l NCO%7t 3120522 polymeric MDIE Alg3lgth. AREAAE a4 A
A A ZM GoldschmidtAle] B-84ME A3ty e AEA)Z = HCFC-141b%F HFC-365mfcE AHE-
ot w3 ZojE Air productsAte] dimethyleyclohexylamine(PC-8), 33% triethylenediamine + 67%
dipropylene glycol(33LV), pentamethyl diethylene triamine(PC-5), trimethylammonium in dipropylene
glycol(Dabco TMR-2)-& 42+ AR&-3r ),

3.2 A
3.2.1. Fuvl9] 79 & 2@ AA T SAE F9 §A
MDIE AF F2&7 ZF H/HAE ¥ BYS FE3] E¢s8l 2 2@k 2L 3
ol Azd BAL BEYF F o]hAetHlo]EE NCO index 11008 Aiele 12 @9rE Zod)
A, 7IAA w2 302 5 2y F A Eoedd B8 AZI4c BY Az A &
% H7tAlY 42 38 100partE 71ELZ FF4E 05pphipart per hundred of polyol in
weight), AR B4 A& 15pph FYEHLe Zul9 47 FTHE 2239 BAE AR3Hc)

32.2. o]AAoldlo|E g} 4 & G AA ZHdE T §4
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Table 1. Formulation for HCFC-141b blown Table 2. Formulation of various NCO index

system system .
Formulation.(pph) Formulation.(pph)
o Polyol -
Polyol 100 (PUF 4~5-450) 10
Flame retardant 14 ooh
Blowing agent 3 (TCPP) pp
_ Distilled water 05 pph
Water 05 Surfactant 16 poh
(B-8404) 0 PP
Surfactant 15 Catalyst 0.6 ooh
(PG-8, 33LV, TMR-2) 0 PP
PMDL index = 110 Blowing agent :
Catalyet (HFC-365mfc) 9.8, 106, 11.8, 13 pph
atalys
PC-5. 33LV. PC-8 0/05/1/15/2 NCO Index 100, 130, 150, 170-

(P-MDI, M-20R)

Table 3. Reference Data of Raw Materials

. Sample |Functi| Viscosity | OH-Value
Raw material AEY . . Maker
code |onality |(25°C, cPs)[(KOHmg/g)
Pentaerythritol base PUF
KFT-103 4 1,750 400 FZE &
polyether polyol 4-400
Sucrose/glycerin base PUF
Herose ey 4 | RP-6455 8 5,000 420 HEZae
polyether polyol : 475-450
Goldschmidt,
Silicone copolymer B-8404 oldschm
Hopewell, VA
pentamethyldiethylene ' BN
L PC-5 Air Porducts :
triamine '
33% triethylenediamine + .
. 33-LV
67% dipropylene glycol
Dimethylcyclohexylamine PC-8
Polymeric diphenylmethane } .
B MZ20R NCO% = 31% B3 u| 2o 55
diisocyanate
Blowié agent HCFC-141b
HEC-365mfc Solvay

33 &4

43 Zgsde £ Instronrtel Universal Testing Machine (UTM) SeriesVI Ed2 o)
£33y ¢ 4EL A ANHEY AV S0mm(L) x 50mn(W) x 50mm(T), crosshead
movementy 5Smm/min22 stk AT ZAE Fo 943 HIAE 5437 98 TA
instruments AFe] DSC(Differential Scanning Calorimeter) 2010& AF£3l4 glass transition

temperature(Tg)E& A3 AT. £3 T fdld E9 cell F2E FEA7) 9319 Jeolrld =
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@ JSM-5200%1 FAF A=A} #© 7 (Scanning Electron Microscope ; SEM)& Ar&3tgod,
NCO 71¢9] 3H/E #3l7] 93t Fourier transform infrared spectrometer (Jasco FT/IR-430)
AHEE o, ASTM D-21269 Wle g w3748 8 s

i

4. 48

4.1 Ful9 FH ol E FA ZTegdg Fo B4 w3} ,

411 Fv) Yol g2 wgLs dxo] Wz -

F 4904 Beuket 2ol PC-58 Zvl2 AMES A$ GTE zbzh 222, 115, 78, 7028 7248
Aow, WrE 104, 129, 158, 18%kg/m’o2 Z7tst%th 33LVE ZA$ % PC-59 niaixz &
oo ko] FrtEel met WML EE weRles A4S B4t T8 25 s PC-89 A ¢ Fu)
9] <o) 05, 1.0, 1.5, 20pph¥d = 125, 126, 126, 126kg/m°C & Zouje <o) WE AT o W3}
= A9 Qv ALE vEegd, 33LVEA Fujo] o] W] wet Wxe wWile 3 ue
A gkskdh Eul SR e 2% WslelAd 33LVY PC-83E 2a PC-59 S 2 ¥Un
HEE Hol: e, o PC-59 A, 7] 2dzy weexr o2 F 7y Zurts
EFohd LI AZ A8 HCFC-141b9 &4 32TRY &7 WEojch watx & veesw
2 Q& TEAY 4o HAY R, XA &4 ) FES BE dojur Xl W
=7F ol A5d Aoz Algdn

Table 4. Density and reactivity of polyurethane foam with different catalysts.

PC-5 3LV PC-8
catalyst
(Peh) e [T |G T | 2said) | CTUs) | GT(s) | BERg/m®) | CTO | GTes)
0 119 300 1115 119 300 1115 119 300 1115

05 104 e 222 112 102 244 125 81 203
1.0 129 . 115 112 66 131 126 55 120
15 157 . 78 113 53 86 126 48 100
2.0 189 . 70 116 40 64 126 42 87

(a) @ Cream time
(b) ¢ Gel time

(¢) @ w457t walA cream time 2% HH.

412 ZFv A7) & HSLx W3}

I8 5~78 Z4zte) £ %ol wE ¥ exE Jeld Holth A X Eu] BF Eojg
%ol F7tgol wel S ASTS B $£ gt
PC-59] Z ¢ w823 (602 =
36, 41, 48, 52C, 3LVY ZH 9+ 28, 34, 39, 41CE S718l¥th. PC-59 AL, Zuje ko
05pphe! Z$E AYstd %719 w3<go] HCFC-141bo EAQ 32CHTE To] Eo} =83
7zt Pojubr] Mol & L XA 49 A 3BLVY A S 27 w§do] HCFC-141b¢
BEIY FASIY A 3 dkgo] AYPFHE F Lx AV SAHA] YU Ao Alg )
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Fig 5. Temperature profile of PC-5 Fig 6. Temperature profile of 33LV
formulation ’ formulation
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Fig 7. Temperature profile of PC-8
formulation

HAH<el vk ol =7+ 33LVKPC-8<PC -5¢2.2 Z71gL & 4 gt

413 Fvl9] H7lFo] 2 EF9 ¢4&ZF% 2 cell morphology

a8 8~102 Azt Foi ol wE YEAEY WIS BoFTm ok 2o RE nigd
ol Yf&EZAEE dxo HHFE B £ Ut oY 84 PC-59 Hrpgo] Z71&o wat wx
7} 119-18%kg/m’2. 2 F7tstded A% 47 fEo ASPEE WS Bo] A53dPSe @
F At F, PC-59 Z{de Fu ¥ Frte] BE 27 BELE9 FiUt g wep ¥
Aol &4E zAlFoezM W7t FolAA Hau, Gy SERER Yxd g F713 Ao
B 4 9l a8y 331V PC-82 ¥ 9, 1094 B uvle} o] &) oko] Frlge) tiel U
o] Hgle A YUASAE EF3n ASFAEE 4G 23%, T%AE F7ketdch ole &) ko]
F7teel wel & Ert e Fe) 7)Fast A2 giolrt o RET[AA e
go] FolA T W&yt BaEtA A WA ulHF 71X Ao A FoA o)l 7T =
71 o8] 7] Z1AY B4 93 AAd 48 2 & Uk 9ukdoR Zesdg oM 71F
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Figure 8 Foam density and compressiveFigure 9. Foam density and compressive strength
strength for PC-5 system. for 33LV system.
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Figure 10. Foam density and compressive

strength for PC-8 system.
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PC-8 (b)

PC-5 (c) 33-LV (c) PC-8 (c)

Fig 11. Scanning Flectron Microscope(SEM) of polyurethane foams
morphology at step-wise increasing value of catalysts : (a) O pph, (b) 1

pph, (c) 2 pph

4.2 NCO indexe] W& FA Zsdd o £4 st

NCO indexE 100, 130, 150, 17022 ZF7tAZ o) wa Fuje] FHo FAJC] 2F GT7
oA 4ol RAEAT o]AE BAY F& YA} o]xAoldlo]ES] e Friz Qs
o] AA <ol wEle FolHoz BAdl ke Fule Fo] 026wt%~0.19wt%E F23HH7
W Folth wd FUEE AP s LEAY FE 98 106, 11.8, 13pph2 F7HA A, E8 ¢
gt Zo FPAel 2SI wdFo] RIAS} sta2 HEHEeY d2F JIBEE ¢ ¥l
ALEE] BrEEEE ASIAIF 7] wEolt) _

Index W3to] @& AFAEE 2AHF A3 Fo) PC-83 33LVE ALt LEZ L XA
A4E index7t F/MEFE IE7F FAYLOAE EFEn ¢EATE FUEA ¥RTHTable
5). NCO index7} Z7}5tel whel Halojy d2ouolESe] dAHog stuxe A5a 4 B
Aol gatE Aolgt AAFR T AAZEe 2¥x EJPd. DSCe LR ZF#E & W NCO
index7t 73t oy whgole AR FAsA] dolr ¢FEA = 71814 & Aoz veyw
},



Table 5. Physical properties of various NCO index system

Physical NCO Index
Catalyst properties 100 130 150 170
Gel time(s) 245 270 208 330
Density (kg/m’) ) 94 95 97
PC-8 Compressive
strength 9.09 9.38 9.18 857
(kgy/cm®)
Gel time(s) 215 230 252 270
Density (kg/m’) 91 91 95 100
33LV Compressive
strength 955 9.12 891 921
(kgg/cm®)
Gel time(s) 350 390 450 520
Dabco Density (kg./ ') 90 90 92 95
Compressive
TMR-2 strength 878 | 942 | 916 10.49
(kg¢/cm®)

el TMR-2 5008 AMS® ZSE PC-8% BLVY A%s 2o 4E4E IR0
(Table 5). ol & Th& ¥ Fojsh g TMR-2 Fult A8 Fuj24 LZARAA H39)
MDIe| 4%38 ZQstel BEA FEF FANRY BT ¥FFEe Frst 2A et
WA ge ot Aol AMA EHT B4 BEolch

PC-8 (b) TMR-2 (b)
Figure 12. Scanning Electron Microscope(SEM) of polyurethane foams morphology at
step-wise increasing value of the NCO index : (a) 100 index, (b) 170 index

=3} 7h43 AES ASTM D-21269) Wi o 2 £33l EAo vale J3¢g 4Rt

w318 YA 7 A3 PC-83 33LVE AlE3te] 2¥ 3 2XAY A dFAERN F7HstE A
o2 et 23] 170 index® A% PC-8% Ab&3 2 $E 857kg/em oA 959 kgy/cm7HA]
GEF =7t F7489 1, 33LVE AHR Y A$E 946kg/em’l A 10.15kg /em AR GE A E7L
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F7FstdtH(Table 6). ¥+H TMR-28 AM&3 B$E 437 =9 Halst A9 gl Aoz vg
gk olZe TMR-2 Hoh7k s#she 285 202 2700 4RAH7 =907 Gl w3
of e aAA7t Ao Ye ALR AlREC
Table 6. Physical properties of different NCO index and aging
i PC-8 33-LV TMR-2
Agingl  ppogical NCO index NCO index NCO index

time .
(day) properties 100 130 150 170 {100 130 150 170 | 100 130 150 170

Densit
(kg/m% 91.18 9358 9465 97.08) 91 91 95 100 90 90 92 95

0 Compresswe
strength(kgy/em?) 9.09 938 9.18 8571955 9.12 891 921,862 953 9.16 10.3

Tg(C) 147 145 147 141 | 142 144 137 136 1425 153 152 1495
Densit
(kg /m3V 91.36 9298 9489 9825 92 91 95 99 | 88 90 92 9

1 Compresswe
strength(kgf/cm) 928 938 953 826|990 946 914 947|845 939 924 9.73

Tg(T) 151 160 170 167 | 139 158 162 1685|1375 1525 150 152.5
8{‘;’};‘?’ 91.18 9301 9465 9656 92 92 94 100( 89 90 92 93

> str;()gri]lll){lfgfs/lc‘lrfl2) 954 968 927 933|986 955 913 1020/885 959 9.05 9.83

Tg(C) 148 164 1715 169 | 146 156 1605 169 | 136 152 158 155
ﬁg’f‘?’ 90.80 93.27 94859752/ 91 91 95 100| 8 91 92 93

10 Compresswe
strength(kg Jem?) 937 969 941 959972 953 933 10.15(837 978 921 962

Tg(C) - 153 1675 173 172 (1425 1565 160 169 | 137 1565 155 156
TgE AHEH PC-83 33LVE ALEE F 717 ALdAs Table 6°ﬂ ERd AT Ze] 100
index& A28 130, 150, 170 indexd AS¢ =371 APFo wat L= Aoz 2HHYC.

gt TMR-28 AHE & A9 130, 150, 170 indexl A E 43 7JE-4 @F—}Q} #Zol Tgel %ol
Yo b ersivh.
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