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Preparation of rigid polyurethane foams catalyzed by copper-amine

and zinc-amine complexes prepared in water
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and zinc-amine complexes prepared in water
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Abstract

This research studied the synthesis of metal-amine complexes as solutions in water
for using as catalysts in the preparation of rigid polyurethane foams. The aqueous solution of
catalysts synthesized in this studied were Cu(OAc),(en),, Cu(OAc)(trien), Cu(OAc),(pentaen),
Zn(OACQ),(en),, Zn(OAC),(trien) and Zn(OAc)(pentaen). When considered from polymerization
reaction between isocyanate group-hydroxyl group and foam density, it was found that

Cu(OAQ),(en), and Zn(OAc),(en), solutions were the most suitable catalysts.

Keyword : rigid polyurethane foam, metal-amine complexes, catalyst
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2.1 1A50439

2.1.1
2.1.2
2.1.3
214
2.15

wiseedsinin (Precisa XT920M)
LA3BINIUMUUNE (IKA® RW 20 digital)
\3asdialily (TirawaticerTS-16)
UV-Visible spectrometer (Varian Cary 50)
FTIR spectrometer (Nicolet 6700)

2.2 @508

2.2.1
222
223
224
225
226
2.2.7

2.2.8
2.2.9

ARULUBSLOTLAN (copper acetate, CU(OAC), .H,0)

FaAuaBan (zinc acetate, Zn(OAC), .2H,0)

ih (H,0)

o¥iaulateiiu (ethylenediamine, en)

Insiefiaumnseiiu (triethylenetetramine, trien)
IupzleNauentziu (pentaethylenehexamine, pentaen)
wedsines wedeea (polyether polyol; Daltolac” R 180;
OH-number = 440 mg KOH/g; functionality = 4.3)

A138ALLIIFNEA (silicone surfactant; polysiloxane, Tegostab® B8460)
asusznaulelylagiun (polymeric diphenylmethane diisocyanate; PMDI, Suprasec®
5005; %NCO = 31.0; functionality = 2.7)
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spectroscopy
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Cu(OAQ)(en),, Cu(OAQ) (trien), Cu(OAC),(pentaen), Zn(OAc),(en),, Zn(OAC) (trien) Wag
Zn(OAC)(pentaen) Andu 26.24%, 19.57%, 15.62%, 27.34%, 20.68% Wag 16.25% AUaIAU

t:l' go’ Y oy e [ 6 a v =
AT 2.1 wansumtnuasUSuaasilglunsdaunsigiansusenauldeoulane-ody

AN5199 2.2 ARSI NWULNIINEAINLAL UV data 189an5Usenausdsdaulans-katunwsauluun
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a13UsENo ULt Wanassnsaadu (n§u)
lavie-wodlu Cu(OAc), .H,0O | Zn(OAc), .2H,0 en trien | pentaen | H,O
Cu(OAC),(en), 3.845 - 1.155 - - 14.655
Cu(OAQ),(trien) 2.885 - - 2.115 - 14.740
Cu(OAc),(pentaen) 2.310 - - 2.69 14.790
Zn(OAC),(en), - 3.925 1.075 - 14.355
Zn(OAC)(trien) - 3.000 - 2.000 - 14.505
Zn(OAc),(pentaen) - 2.430 - 2.57 14.950

AN5199 2.2 ANWULNNIENINLAY UV data v83a15Usenauidedaulans-wadiuims euluui

Foans ANBALNNNIYAN Ao () ¢
(Vmol.mm)
Cu(OAQ), ARGIRIERIRIEY 244 152.5
Zn(OAQ), ARG 204 6.9
Cu(OAc),(en), ansavanednty 241 6,600
Cu(OAQ),(trien) ansavanednty 259 12
Cu(OAc),(pentaen) asazateduniy 266 12.6
Zn(OAQ),{en), GUPRERNIITELIRY - -
Zn(OAC) (trien) GRERELELNNIGLE - -
Zn(OAC)(pentaen) | @1sazaneladindosgou - -
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FDYNNITATUIUAT molar absorbtivity (€) ¥8s Cu(OAC),(en),

A

INEUNIS A = EbC e € = —
bC

Lﬁa € = Extinction Coefficient (/mol.mm)
A = Absorbance = 0.66
b = Optical Path (mm.) = 10 mm.

C = Concentration (mol/l) = 1 x 10" mol/l

. 0.66
bnuA1 € = = 6,600 V/mol.mm.
(10 mm.)(1x10~5 mol/l)

2.4 nsdaATIEinaREINUIWNLUULYS (rigid polyurethane foam)

a o

U 6 < d:.ll v dy a =
NNSEUATIZANDRYINUINLLU VLTI URDUAST NauNDEDDA (polyol) BASENTARNLLIIGN

Y

a

A7 (surfactant) Wmeiuaslunmnseaunsgeusums 750 ml TeuviauAeuliansuauduilo
a v & a a a o aaa A& a v A A
Weniwduar 30 3w Wudassugiseniiduansasatgvesansusenoutedoulavs -wailum
Fupsziileadll anduldunausaulransuaududamerdudunan 30 Jund 1Heseeniuluy
nawauansavareaiualnduiloweaty 19anusa 2000 seu/und (rpm) nawdunan 25 Jui
Wuansusznauleleloeun (PMDI) adlunid antunanansazateviavuslimduitsimeniuaie
WwIBemINkUUna  Weas: 2000 seuw/aundt (pm)  nawdunan 30 Auad

L= a aaa I a a [ a d' I~ dy a

Uu‘vmnmmimmlgﬂimLUuwaagstuIWuLﬂu 4 szey AR LavasNauduliansy
(cream time), tatanskanluilowansesuy (cel time), wanlnulinisfniuianduda
(tack free time) wazlaa1iililuveay (ise time) AnwendnualandfvesnedySimulnunuuuds
MY FTIR spectroscopy Anw1dnsinsyvesnedgsinuliusenitnisiinufisemedwelsiatu
% . = = = | a a ay v Yo
My rise profile  uasfinwUSeuiiisuanurukiull veanedgSmulnuilaainnisladus

Unsensnsviinnu

A1TNN 2.3 wansgnsuanlunswseunedgsmulnuuuunds (rigid polyurethane foam

formulation) fistsilleleloeniun (isocyanate index) = 100
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A15197 2.3 gnsuanlunsnSeunedgsmulniuwuunda (rigid polyurethane foam formulation)

Fisrsillolelwenium (socyanate index) = 100

ansRady thatin (n3a)
polyether polyol (Daltolac® R180) 10.0
surfactant (Tegostab® B8460) 0.25
catalyst (@nsazanevesansuszneudefoulans-uefiului) 0.40
polymeric diphenylmethane diisocyanate (PMDI, Suprasec® 5005) 15.18
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2.5 msfmuandnvillelyleeiun (isocyanate index) lugnsnaslunisinieunadgTinulvy

<
bbUULLUN

gnIATUIN isocyanate index

. . actual amount of isocyanate
isocyanate index = - - x 100
theoretical amount of isocyanate

§n3AUIN equivalent weight

56.1 Xfunctionality
hydroxyl value = x 1000
molar mass

56.1
~ equivalent Weight

x 1000

v & ) ) molar mass
YUY equivalent weight = ——————
functionality

ad

WA equivalent weight 983 OH Tuanswaulunisnssuwedssmulvuwuuuds

56.1 x1000
equivalent weight of polyol = ———— = 1275
440
molar mass 18

= ="—"—=90
functionality 2

parts by weight of polyol

equivalent weight of H,0

equivalent weisht of polyol in foam formulation =
quv Weis POYO Hiatl equivalent weight of polyol

10
=———=0.078
127.5

parts by weight of water

equivalent weight of H,O in foam formulation = : -
equivalent weight of water

0.3
=—=0.33
9.0

9zl total of equivalent weight = 0.078 + 0.33 = 0.408

oA isocyanate index wagU3sna PMDI (parts by weight) lugnsuaslunisinias

NaRLINU
NOREINY

total of equivalent weight xmolar mass ~ 0.408X365.8

isocyanate index 100 = = 55.28

functionality 2.7

fUY isocyanate index 100 ; (parts by weight) = 55.28
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2.6 N15ANEN isocyanate conversion YawagSMUlMLTIuATIERRINFUSURAZE
Cu(OAc),(en),, Cu(OAC),(trien), Cu(OAc),(pentaen), Zn(OAc),(en),, Zn(OAc),(trien)
a2 Zn(OAc),(pentaen)[12]

N13%1 % conversion of isocyanate (%NCO conversion) a’lu”ﬁaﬁﬁmmiéfﬁ]’mﬂmjm

Lambert Beer’s Law Wazens1@iuszine PIRPUR (polyisocyanurate:polyurethane) Tu

[

woRgImuliy awnsafinwely FTIR spectroscopy #ail

f
% conversion of isocyanate (%NCO conversion) = [1 — %] x 100
dle NCOT = final isocyanate peak area
NCO® = initial isocyanate peak area

TunsAnaA % conversion of isocyanate (%01) aniunilafialelylwenunnd i

Uffsenlu IR spectrum wisuduiunlanaveslelglssnunnowihufiiseiluy IR spectrum uaz

=

W15 IR spectrum vaslalglagnunnouasnawiudiser nuisuamyilia (ArH) 9e
a4 = gva Na & v oA a O v g va a o N !
Al AdlditavesvyilladuduiieulSunaasauliidvinamindy. mswn 2.4 uanedn

wavenumber vaanglandunldlunisauan

M19199 2.4 A1 wavenumber YasmyilantulglunisAuIn

nafilariv wavenumber (cm) gnslaseading
isocyanate (NCO) 2277 N=C=0
phenyl (Ar-H) 1595 Ar-H
isocyanurate (PIR) 1415 PIR
urethane (PUR) 1220 -C-O-




uni 3

NANIINAADILLAZNTTILATY :ﬁwa N1INNADY

3.1 MsdaAszvasUsznauldsdounauiuas-ualiu[Cu(OAc),(amine)] wasdeA-Ladiu
[Zn(OAc),(amine)[a1nUf)i381521319 metal acetate wazuadiu
TunmAteilldduaneiasusenoudsiounsuives-uafiuwasded-weihiluguuuy
ansazangluiudosniniuinuautfdum s lunsuediilfaunseanduneuluns
Idﬁfwaﬂuﬁ?j’jumumim%auwaéq%muimﬂﬁ ﬁaLiQUﬁﬁ%mﬁé’uﬁiwﬁ ABCU(OACQ),(en),,
Cu(OAQ),(trien), Cu(OAc)pentaen), Zn(OAc)en), Zn(OAC) (trien) LLay Zn(OAc)z(pentaen)%d
AdeTiusndnsdaunszsifussufiselieglusuesansavaneifiaramia wiloAn
avmnlunslfnuasnamdfuasdaiuildiveulmmodeionuldine  lnewdoudnseufiten
UssimansuseneuldadounaUiles-ueily  uarldiefiaulnamea (ethylene glycol) 1Tudvih
avany
lumided  awnsofigadiondnualduseufitenasUsnouidoulans-uediudeUv-visible
spectroscopy@nuwnonanualautfveswedesinulnunuuudsing FTIR spectroscopy Anwdns
nsyvemedgTinuliluseninnsifauiisemedwelsetusie  rise  profile  uawfinw

~ a ' a a Ay v Yo aaa ! a o
LU?EJ‘UW]?J‘UW’N@J‘WUWLLu‘lﬂJE’]QW@a%iLWUIWZJV]‘l@ﬁnﬂﬂ']{LGU@'JLiﬂﬂaﬂiﬁ"lﬁﬂ\isﬁ‘u@ﬂu

WHUANA 3. 1uansUfAsenntsdaaseiansuseneultadounauives-ueiiuiasluguuuu
arsazatglil wnunmi 3.2 uansuisennisdansigviansusenouidetouden-teiiuluguiuy
asavanglui

= = a v = 5 = = v oA
AT 3.1 uansdvesansaratsansusneutedeulane-ueiiului Wisuiieuivdves

asazareansusenaudstoulave-wallulueiaulnanea a15199 3.2 waneAn A uay £v84

asazarsansusenaudstoulave-waliuluth  WSeuieuduAn A48y Ev99aNTazany

ansusenautadaulans-adiulueiiaulnanaa
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NH NH
2 HN NH 2 NH,
N RN
,CU. (OAc),
ethylenediamine
f NA
H,O, RT, 10 h ? ?

Copper-ethylenediamine complex

CU(OAC)z(en)z

Cu(OACQ),triethylenetetramine

: NH NH\ ,NH
HZN/\/ \/\N/\/ 2 N
" ,CU. (OAQ),
NH2 NH2

Cu(OAQ),
H,O, RT, 10 h
Copper-triethylenetetramine complex
Cu(OAC),(trien)
(\N
H
H, N, ) NH
NI SN S
‘ H H ,Cu (OAQ),
pentaethylenehexamine
H.N NH

H
H,0, RT, 10 h k/ N\)

Copper-pentaethylenehexamine complex

Cu(OACc),(pentaen)

WU 3.1UASeNsdATIEasUsEnoutaunaUlUes-ualliulugUiuuaisazaigluun
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2 HN NH NH

2 \_/ 2 2 NH,

N " A
ethylenediamine /,Zn\\\ (OAQ),
H20, RT, 10 h . NIT,

Zinc-ethylenediamine complex

Zn(OAC)z(en)z
4 NH NH
N NH,
HZN/\/ SN TN
H AN
Zn(OAc),triethylenetetramine L, Zn . (OAC)Z
Zn(OAQ),
H,O, RT, 10 h NH, NH,

Zinc-triethylenetetramine complex

Zn(OAQ)(trien)
N
H
H, N, /NH
HQN/\/N\/\E/\/N\/\S/\/NW :Zn'\ (@ AC)Z
pentaethylenehexamine HN NH

H
H,O, RT, 10 h (/N\)

Zinc-pentaethylenehexamine complex

Zn(OAc),(pentaen)

a aaa o ¢ a v a ¢ a -
LLAUATAN 3.2‘1J§]ﬂ58’1m§a\‘1Lﬂﬁs‘wmiﬂizﬂaULSU\‘iﬁziamNﬂ—LLanqugULLUUE{”ﬁazm&ﬂ,um
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A15199 3.1 Fvesansaranvasusenaudiedeulane-waduluil Wisusuiudvesaisazais

asusenaustadaulane-adluluenaulnanaals]

a15UsenauLdedou

Tanz-wadiu

dvesansazatgansusznouldedou

Taniz-wodiuluin

FAvasansarangasusenauLBatou
Tanz-waduluafiadulnanaal8]

Cu(OAQ),(en), ansavaneFLnIEy dnsavanydiag
Cu(OAQ),(trien) msazmﬁ%ﬁfwﬁu miazmaﬁﬁ’@u
Cu(OACQ),(pentaen) ansavaneFLnITy dnsavangdilYy
Zn(OAQ),(en), GRFRERNILIELIRE -
Zn(OAC),(trien) GRFRERUILIELIRE -
Zn(OAC)(pentaen) asazansladiosoou -

A157197 3.2 A1 A, HazEasansaraneasusenaulesdeulave-wadiului wWssuieuiuen

Aonhide Evsasaransansusenoudadaulave-woiulueidulnaneals]

a1susEnaudediau Arax (NM),€ (Umol.mm) Arax (NM),€ (Umol.mm)
Tavig-uaily dawndeuluti dlowssuluefidulnanoals]
Cu(OAQ),(en), 241, 6,600 232, 5,667
Cu(OAQ),(trien) 259, 12 258, 4,322
Cu(OAC),(pentaen) 266, 12.6 265, 4,725
Zn(OAc),(en), - -
Zn(OAQ),(trien) - -

Zn(OAQ),(pentaen)
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3.2msigariendnunlvasdnsusznaudaunauiuas-uaiiuCu(OAc),(amine)dleinalin

UV-Visible spectroscopy

——Cu(OA0)2(en)2 ===Cu(OAc)2(trien) Cu(OAC)2(pentaen)
1 —
0.8
9
c 0.6
©
2
o
4 04 -
gos
0.2 - r/
0 T T '——\
200 250 300 350 400

Wavelength (nm)

gﬂﬁ 3.1 UV-Visible spectra 489 Cu(OAC),(en),, Cu(OAC) (trien) e Cu(OAc)z(pentaen)ﬁ

FuAgzatiuLn

UV-Visible spectra 89 Cu(OAc) en),, Cu(OAc)(trien) wazCu(OAc)(pentaen) i
Fuasreiluih (E‘Uﬁ 3.1) ugn A, 71241, 259 uaz 266 AUEI nglaziiulan A0
mi‘ﬂisﬂam%q%amsLﬂgﬂuiﬂaﬂﬂkmaxﬁuaﬂ Cu(OAc)ﬁszsmgﬁ 244 nm LangIdansuseneu
Fedouiniu

druasusznauldsoudea-ueiiuldaunsaliaszimenaila UV-Visible spectroscopy

v A a 1 % @ a 2 10
1§ losanezmouvesdedlianunsagandunadls inselinnsdnsesdidnnsoudu s 3d
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3.3n15daATinaASmulaLuULS (rigid polyurethane foam)

damszrimedgmulriuwuunialagldiussufisenndunseiluguasasaiei ah)
Cu(OAc)(en),, Cu(OAQ) (trien), Cu(OAc)(pentaen), Zn(OAc)(en),  Zn(OAc),(trien) iag
Zn(OAd){pentaen)  wagyimsilseuiisupnautfvasiulannnislddusuiseudazyiin

=

TdansnanlunswiounedgSmuluwuunddmsned 2.3 Tnedunsunisniouned-gimulvly

U

wuukdalinadl naunedesa(polyol) waransiey (surfactant) liidwlleifeaiuneu ainuuds

(% (%
Y

dussufiSeuasnadlfiudofenty mndudilelslssiun (PMD) uturouaninouazsi
miﬂ?ﬁgﬂiﬂy

TuvueAaufAzemeduelsedu %%’UL’Ja’m’ﬁLU?{auLLanmaawaéﬁmu‘EmL“fJu 4 S¥uy Ao
nanitansuas ey (cream time), nmﬁmﬁmamLﬁuLﬁaLaaﬁaﬁluvj (gel time), naniilvly

Liinefniutanduda (tack free time) uaztia1lnumeny (rise time)dawandlun1snedi 3.3

A9 3.3uansranisessunedgTinuliulagldiusauisen CulOAd(en), Cu(OAC)trien),
Cu(OAc),(pentaen), Zn(OAc)(en),, Zn(OAc),(trien) Lay Zn(OAc)z(pentaen)quﬁ AN5197 3.4
wananan1snseunedgsmulnalagldinssufise1Cu(OA(en),, CUu(OAQ),(trien) Lay

Cu(OAC)(pentaen)lutoiiaulnaneal8]



M99 3.3nansnseunedgsmulnalaglddusagizen

CU(OAC)z(en)z,

21

Cu(OAQ),(trien),

Cu(OAc),(pentaen), Zn(OAc)en),, Zn(OAC),(trien) Wag Zn(OAC),(pentaen) Iu{f’l

tack
cream gel rise
free | density |
catalyst time | time | time 5. | ANWAUZNINNIYATNW
time | (kg/m’)
(sec) | (sec) (sec)
(sec)
e INUELMEaDIRN
Cu(OAC),(en), 3341 | 3841 | 8642 | 7643 | 40+1 | ve1UINTU guadny
13.80 cm.
e NUEMEaDIRN
Cu(OAQ),(trien) 4040 | 53+2 | 14043 | 11341 | 4142 | ve1udigngu guadey
13.24 cm.
e NUEEaDIRN
Cu(OAC),(pentaen) | 35+1 | 61+1 | 150+2 | 150+3 | 41+1 | vienuigwiu gaade
12.80 cm.
WalWudmansoau
Zn(OAC),(en), 3041 | 8042 | 20643 | 2612 | 43+1 | Raeudsngugs
Wwae 13.00 cm.
Heludmaesgey
Zn(OAC),(trien) 35+1 | 70«1 | 268+3 | 276+2 | 41+2 ﬂ’mmuﬁgwqugq
|2y 13.28 cm.
HelyuAmaesgey
Zn(OAc),(pentaen) 36+1 | 55+1 | 25142 | 260+2 | 41+1 | Waeu ﬁEW?{UQQ

128813.30 cm.
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A5197 3.4nanaieseumedgimulnalaeldiis s Ae1CuOA),en), Cu(OAO)trien) way

Cu(OAQ),(pentaen) lueiidulnaneal8]

cream gel tack free rise
catalyst density | height
Time Time Time time 3
concentration (kg/m”) (cm.)
(sec) (sec) (sec) (sec)
CU(OAC)z(eﬂ)z
31 46 68 97 37.1 14.5
30%wt in EG
Cu(OAQ),(trien)
35 55 91 131 38.5 14.0
30%wt in EG
Cu(OAc),(pentaen)
37 74 116 157 39.8 13.0
30%wt in EG

= =~ = = a a Yo aaa Ao S
Lll@L‘UiEJULWBUNaﬂqiLﬁiﬂu‘W@a%5LVIUIWNQ']ﬂﬂ"I{[fUW'JLiflﬂaﬂiﬂqwa\uﬂiqgcﬁluuq(ﬁqiqq

aaa

#1 3.3) uazduseuisennduaseiluenaulnanea@sed 3.4) nuinsidsunlasveanede-3

1% 1

WULNNY 4 Szuz laun cream time,gel time,tack free timelagrise timellAlndlAeaiu laa?

=

AANUEILUUYInedgSmulunldRuTU s endanseiludl  sslimunnienuuiwiy

a a a9 Yo ' aaa A o ad < v 1 a
vosnadgSmulnunlddisawfisenduaseiluenaulnaneadindes uagnudinugavened
gImulnunldiuseufisendunneiludn SeilndifesdiunedgSmuliunldfnssfisen

Fuasgiluediaulnarea
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nMsTugUlumeiusisenduaseilugdasazanglut ABaCu(OAC),(en),,
Cu(OAQ),(trien), Cu(OAc),(pentaen), Zn(OAc)(en), Zn(OAc) trien) way Zn(OAc)pentaen)
(IRelafnuanwarnisyvemedgimulnusenitamsiiaujisemeduwelsedy  Inefnwdnm

n3W(rise profile)vasnedgSinulnuldinsaisewaiiaiu

gih?i 3.2U@n4 rise profile 6uaqwaﬁq%'mimﬁi%’ﬁ’aﬁwﬁﬁ%mCu(OAc)z(en)z, Cu(OAQ),(trien)
way  Cu(OAC)(pentane) gﬂﬁ 3.3uany rise  profile maawaég%’muivxlmﬁi%ﬁaLi'wﬁﬁ%mﬁ
dupseilueriaulnarea (@) DMCHA, (b) Cu(OAdJen), () CulOAd)(trien), (d)
Cu(OAQ),(tetraen) wag(e) Cu(OAC)(pentaen) g‘dﬁ 3.4u@n3 rise profile maawaéq%muiﬁ/\lmﬁw

FsIURNTEIZN(OAC)Len),, Zn(OAC) (trien) uae Zn(OAc)(pentane)
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16

14

12

10

8 =0—Cu(OAc)2(en)2

Height (cm.)

6 == Cu(OAC)2(trien)

aq Cu(OAC)2(pentaen)

N
|

O T T T T T T T T T T T T T 1

0 10 20 30 40 50 60 70 80 90100110120130140

Time (sec)

gﬂ‘ﬁ 3.2 rise profile ‘EJE)\TWE]aQ%LWUIWNﬁI%ﬁ?LiQUiﬁ%EﬂCU(OAC)z(eﬂ)z, Cu(OAC),(trien) Lag

Cu(OAQ),(pentane)

91NANT197 3,300 FEBEIAN cream time WasvazAngel time YoswodeRimulnuily
G"hLi'aﬂ;jﬁ‘%mCu(OAc)z(en)Z%ﬁizaznmﬁaaﬁqm mmnﬁaawaﬁg‘%quIWNﬁi%'ﬁ’sLs'q
Cu(OAQ)(trien) wag Cu(OAC)(pentaen) ANLAIAU dlofarsanszesian rise time WU woies
vl ATECUOAC)(en) ax a5 ign mandenedgImulviildfss

Cu(OAQ) (trien) tag Cu(OAC),(pentaen) AUAGU

nANUTUrINTMIUgUN 3.2 WudinsInves Cu(OA)(en) AANUTUIINTIAN wansd
a o g v < v ! aaa a aaa a [ ! 4
wodgSmulnuly Cu(OAc)(en)Alususesufiisen anunsafeufisemediuelsiwdusesauysel

lgfuazsadanan awnsadwuanuaunsalunisiiaufisemedwelsetuvaaluluildinsma

[
Yo A

anuvdalasail

Cu(OAC),(en),> Cu(OAC),(trien) >Cu(OAc),(pentaen)
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\ilUSeuliigy rise profile veawedgsimulnunldfusaufisendunsevluui (U7 3.2)
wag rise profile vawedgImulnunldfusisenduasziluenaulnaneal8lgun  3.3)
WUINTEELLIAT cream timelawsrziian gel timevesnadgsimuliunldmissfiisendunsien

Tuhagldiandesnimedgsmunlddmissiisendunnevlueriaulnanea wazady

Ayaunsalunistelilisemedwelsietuiinegvauysaliadumilouiu fe

Cu(OAc),(en),> Cu(OAc),(trien) >Cu(OAc),(pentaen)

JUN 3.3rise profile vaswadgSmulnuilifissufisendunseilueniaulnanea (a) DMCHA,

(b) Cu(OAC)en),, (c) Cu(OAC),(trien), (d) Cu(OAC) (tetraen) taz(e) Cu(OAC)(pentaen)[8]
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—
(o))

._\
D

—
N

—
(@)

=0—7n(0Ac)2(en)2
=-7n(OAc)2(trien)

Height (cm.)
(00)

(@)

q Zn(OACc)2(pentaen)

O T T T T T T T T T T T 1
0 20 40 60 80 100120140 160 180 200 220 240

Time (sec)

gﬂ‘ﬁ 3.4 rise profile Gum‘waﬁsﬁquIWuﬁI%ﬁaLiqﬂf]ﬁ%mZn(OAc)z(en)z, Zn(OAQ),(trien) uaz

Zn(OAc),(pentane)

9INAFT 3,300 STEEIET cream time wavszeziian gel time maqwaéﬁmu‘lmﬁ
Iﬂé?éhLi'aﬂ;jﬁ‘%EJWZn(OAc)z(trien)Z%ﬁizaznmﬁaaﬁqm m:uméhawaﬁg‘iquIWmﬁiﬁﬁﬁaLs'q
Zn(OAC)(en)thaz Zn(OAC)(pentaen) Aa1AU dleRarsanszesiaan rise time wuiwede- 3
vl AT Zn(0A) (en) g a5 ign mandeneagImulniaildiss

Zn(OAC),(trien) wag Zn(OAC),(pentaen) ALAIAU

nANUTUrINTMIUgUN 3.4 wudinsinves Zn(OAc),(en), IANUTUNINTIAN LaAsI
woAgSnulnuNly Zn(OAc)(en)sluiussufiizen awnsaieufisenediuelsiwdusgvanysal

lgfuagsmdanan awnsaduanuaiusalunisiiaufisemedwelsetuvaaluluildinsma

[
Yo A

anuvdalasail

Zn(OAc),(en),>Zn(0OAC),(trien) >Zn(OAc),(pentaen)
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3.4n13ANWN isocyanate conversion YaIwaRgIMUINY

1ud 2011 Modestilazatdy laANEN isocyanate conversion 31N8RTIAIUTENINPIR
(polyisocyanurate) : PUR (polyurethane) Tu polyurethane foam saeinadia FTIR

spectroscopy[12]

NSAIUIN % conversion of isocyanate (%0) @u15aRIlAANFUNITN 2

ncof

% conversion of isocyanate (%0l) = [1 — 00] x 100 (2)

e NCO' = final isocyanate
NCO’ = initial isocyanate

NUIIIOY Modestinazany 1aAUIRL % conversion of isocyanate (%0L) ANNUALA
=

nalolylwenuananinugisenly IR spectrum  isuiununldnevesiialelalseunnoui

uannsen

=

Wewa1san IR spectrum vasiialelelogiunnounasndninugisenuinusunamyida (Ar-H)

A v & = gua Na & o oA a S v ya a Y
LAIN muuaﬂ%wmaam&ﬂumﬂumwlﬂuﬂiummwwﬂmmmmmﬂﬂu

AN3197 3.54AA9A0 wavenumber Ve polymeric diphenylmethanediisocyanate
(PMDI) wag polyurethane (PUR) 1371 3.6Uansen NCO conversion YoanedgTmulnuain
ﬁuﬁié}’ﬂiw\hﬁ&%’ﬁaLiqﬂﬁﬁ%m CUOAC),{en),, CU(OAC)(trien) way Cu(OAC) pentane)isal
37uansAl  NCO  conversion  weswedgdmulrmniuildnsmideldiusejize,
Zn(OAC),(en),, Zn(OAQ) (trien) wag Zn(OAC)(pentane)

gﬂﬁ 3.5ua@m9 IR spectrum ¥4 (a) IV\ImﬁLs'ﬂﬂgjﬁ%mﬁw CUOA(en), (b) Tnludiisa
URATeMECU(OA)(trien) waz (o) TrailisajiSensnaCu(OAd) (pentaen) JUT 3.6uand IR

spectrum 989 (a) Iﬁ/\lmﬁlﬁ'qﬂﬁﬁ%mﬁw Zn(OAQ)Len), (b) IWuﬁLﬁ'ﬂﬂgﬂisnmaZn(OAc)z(trien)

uag (o) uiisau§A3endeZn(OA) (pentaen)



A15199 3.5A7 wavenumber

polyurethane (PUR)

Y89 polymeric diphenylmethanediisocyanate (PMDI)

Chemical Bond

Wavenumber (cm™)

Chemical Structure

Isocyanate (NCO) 2277 N=C=0
Phenyl (Ar-H) 1595 Ar-H
Isocyanurate (PIR) 1415 PIR
Urethane (PUR) 1220 -C-0-
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3.4.1 n3AnYN isocyanate conversion YawadgSUlWuTIFuATIERINFASURATE
Cu(OAC),(en),, Cu(OAC),(trien) waz Cu(OAc),(pentaen)

5197 3.6/1 NCO conversion YasweagImulvaniiuildnsmiileldfis e jizen
Cu(OAC),(en),, Cu(OAQ),(trien) kaz Cu(OAC),(pentane)

Peak Area
NCO
NCO Ar-H PIR PUR £ .
catalyst NCO | conversion | PIR/PUR
2277 1595 1415 1220
1 1 1 1 Ar-H=1 (%)
cm cm cm cm
Cu(OAC),(en), 0.667 | 1.982 1.010 5.448 0.337 99.6 0.19
Cu(OAC),(trien) 0.445 | 2.095 1.081 6.067 0.212 99.8 0.18
Cu(OACQ),(pentane) | 0.506 | 1.981 1.060 5.359 0.255 99.7 0.20

AU % conversion of isocyanate (%0L) GUENWEJagﬁLVIuIV\IﬂJ
310 IR spectrum U839 PMDI
% absorbance ¥4 NCO = 98.0 = NCO®

% absorbance U89 Ar-H= 1.0 (absorbance 81489970 Isocyanate)
v & . 98.0
AUE  NCO Conversion 989 PMDI = To - 98.0

971 IR spectrum ¥89 Cu(OA)en),3l NCO Fannsnl 3.6
% absorbance w83 NCO = 0.667

% absorbance Y89 Ar-H= 1.982

Y

AIUUSI NCO Mvanaselanadl

9% absorbance 999 Ar-H= 1.982 &l NCO wianluszuu = 0.667

0.667

1% absorbance U849 Ar-H= 1.0 23l NCO widalusyuu = 982><1.O = 0.337 = NCO'




PIUU % conversion of isocyanate (%00)= [1 — szo] x 100
0.337
= [1 - —98.00] x 100 =99.6 %

° Y | PIR A
ATUIUBRNINEIU ﬁ‘\ﬂﬂﬁﬂi?ﬂ% 3.6

% absorbance 984 isocyanurate (PIR) = 1.010

% absorbance U89 urethane (PUR) = 5.448

~ & PIR 1.010
MNUUY —= ——— = 0.19
PUR 5.448
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% Transmittance

T T T T T T T T T T T

4000 3500 3000 2500 2000 1500 1000

-1
wavenumber (cm )

SUT 3.5IR spectrum w99 (a) Wuillssuffiense CuOAQ,(en), (b) nlsdiissufAzense

Cu(OAQ)(trien) uay () WulssUfATeseCu(OAC) (pentaen)

90 IR spectrum vasuiild Cu(OAC)(en),, CU(OA)(trien) waz Cu(OAC)(pentaen)
Jusisaufiten nuihdifinvesmedgTimuusingfivssana 1220 cm wazdanaiuiinvedlelels

d -1 v = ° . . ' |
gUUATIUSEIN2272 cm Lilgadnties 8991AN1SAIWIA% conversion of isocyanatenuiniien
1 U Qi.ll %4 £ o aaa ¥ ! o U ! PIR
nnnh 99 % uamrhansisiudwijitenldedvauysel warannisiundandn
A Y ! ' ! 1 a aaa Y a Y a o & &
wuhidddesndt 1 uansiileleleeusdnlvginufisendunedesa  uazlandniueilu
a o ! a aaa L ! Y a o ¢
wodgsiny wnndnsiaudiselaswesliswduseninlelyleenun waslandndaeidulolaly

YIULIA
Y
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3.4.2 n3AnEN isocyanate conversion YaswadgSUlWTIFuATIERINFASURATE
Zn(OAc),(en),, Zn(OAC),(trien) wag Zn(OAc),(pentaen)

5197 3.7A1 NCO conversion asweagimulvaniiuildnsmiileldiis e jizen
Zn(OAC)(en),, Zn(OACQ) (trien) taz Zn(OAC),(pentane)

Peak Area
NCO
NCO Ar-H PIR PUR £ .
catalyst NCO | conversion | PIR/PUR
2277 1595 1415 1220
1 1 1 1 Ar-H=1 (%)
cm cm cm cm
Zn(OAC),(en), 0.825 | 1.882 1.028 5.062 0.438 99.6 0.2
Zn(OAC)(trien) 1.725 | 2.107 1.090 5.105 0.819 99.2 0.2
Zn(OAC)(pentane) | 0.455 | 2.042 1.108 5.563 0.223 99.8 0.2

AU % conversion of isocyanate (%0) m@&waﬁﬁmﬂv\lm
310 IR spectrum U839 PMDI
% absorbance ¥4 NCO = 98.0 = NCO®

% absorbance U89 Ar-H= 1.0 (absorbance 81489970 Isocyanate)
v & . 98.0
AUW  NCO conversion 989 PMDI = To - 98.0

971 IR spectrum ¥8¢ Zn(OA(en),8 NCO fannsneit 3.7
% absorbance w83 NCO = 0.825

% absorbance Y89 Ar-H= 1.882

Y

AIUUSI NCO Mvanaselanadl

9% absorbance 989 Ar-H= 1.882 i NCO 1@aalussuu = 0.825

0.825
882

«1.0 = 0.438 = NCO'

1% absorbance ¥849 Ar-H= 1.0 9¥8 NCO widalussuu =




PIUU % conversion of isocyanate (%00)= [1 — szo] x 100
0.438
= [1 - —98.00] x 100 =99.6 %

° o | PIR o
ATUIUBRNINEIU ﬁ‘\ﬂﬂﬁ]’ﬁﬁ'ﬂ 3.7

% absorbance 984 isocyanurate (PIR) = 1.028

% absorbance U89 urethane (PUR) = 5.062

~ & PIR 1.028
NUY ——= ——— =0.2
PUR 5.062
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(a)

% Transmittance

(@

T T T T T T T T T T T

4000 3500 3000 2500 2000 1500 1000

-1
wavenumber (cm )

sUT 3.6 IR spectrum w84 (a) WlufissUfizensne Zn(OA(en), (b) WuilssfiFesne

Zn(OAQ) (trien) wa (o) Inluiisafi3eseZn(OA) (pentaen)

970 IR spectrum WadlWuAlY Zn(OAd),(en),, Zn(OAC) (trien) wag Zn(OAc),(pentane)
U | aaa 1 a { ’1 4

Judseuisen wuhiifievemedgmuusingfivszana 1220 cm uardunaiuiinveslolyly
N -1 & v = ° . . oA
WURNUILUIU2272 cm LNPLANUDY IAINNITATUINU% conversion of isocyanatewuInian
1 U Qg.ll %4 £ o aaa ¥ ! o U 1 PIR
nnnh 99 % uamrhansisiudwijitenldedvauysel warannisiuadandn

= DR % ! ' ! 1a aaa U a Y a o & &
wuindiedesndn 1 wamanlelelsenundilngiinufizendunedosa  wazlandnduau
a a ! a aaa o ! Y a Y & &
wodgsiny  winndnsinudiselasueslswtussvinlelleenun  wagldndnduadu

Lolglueusn
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Ui 3.7 - s12uamsiuswisefiduaseilugUansazaie, dudheveddnaiiung
PONUNNUAINTEAY, AuuuvedlnululiInTEAY, éﬁuumaﬂﬂuﬁgﬂﬁmmuLLmszrm, AUANS
YaslNLIuNZe8NUNNLAINTTATY, IV\Iuﬁé]’mLﬂugﬂmﬁﬁtﬁaﬁﬂﬂﬁwu’;mm'}wmuﬁumaﬂv\m
Ve BIURNTe1  Cu(OAC)Len), CulOAC)(trien),  Cu(OAC)(pentaen),  Zn(OAc),(en),,
Zn(OAQ) (trien) ag Zn(OAc),(pentaen) ANua1AY gih'?i 3.13LLamé’wua"msuaawaaq%LWIW;JLL‘UU
Lﬁﬁim%amnﬂéhl,i'wg‘jﬁ%aﬂul,aﬁﬁulﬂaﬂaa(a) Cu(OAC)(en),, (b) Cu(OAQ)(trien), (c)
Zn(OAC),(en),, (d) Zn(OAC)(trien)[8]



JUT 3. 7nedgSmulnuuuuudeesenandussUfise1Cu(OAC)(en),

A) FrusaUfAzen CuOAQ)L (en),lurh

B) suthswesliufiunzeenuiainuianszae
O muvuvendluLnInsEny

D) uUu"U@ﬂI‘W@J‘V}ﬂﬂMWG}’]ﬂJLL‘L!’J"U’JN

E
F

¥

(
(
(
(
(E) sruanvestiuiiungeeninanuiinseniy

(F) ol 91L‘fJuaﬂUWﬂﬂLW’auﬂUmu’Jmﬂ’J’MMU’]LL‘UWU@QIW&I
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JUT 3.8nedeSmulnuuuuLlewR BN NAusIUfAZe1 CU(OAC) trien)

(A) F39UfAT81 Cu(OAC)trien) Tu

B) sudrwasnufiunzosnunanuiinseaiy
(©) AuvueslnuluwiINIEAY

(D) ﬁmumaﬂv\lwmmmmLLu’maN

() suansvoslufiunzesnuinanuiinseaiy
(F)

Tnlsfisadugnuiaiiiiethludmuunnamuuiuvestiy
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JUT 3.9medeSmulnuuuuLdeiwseNandussufizen Cu(OAC),(pentaen)

A) fsalfnsen Cu(OAc)z(pentaen)quﬂ

B) sutnsweslvufiunzeenuiainuianszae
O muvuvendlulnInsEny

D) uumaﬂﬂwmmmmLLu’;mw

E
F

¥

(
(
(
(
(E) sruanvestiuiiungeeninanuiinseny

(F) ol 91L‘fJuaﬂUWﬂﬂLW’auﬂUmu’Jmﬂ’J’MMU’]LL‘UWU@QIW&I
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JUT 3.10medgSinulnunuuudsiinienaindusufisen Zn(OAc)(en),

aaa

(A) Fuseufnzen Zn(OAQ),(en),huth

B) Futvediufiunzeonunainuianssany
(@) AuvuvadvuluwiInsyay

(D) Fruvuvesliufigndamauuivns

() sruarsvesliufinnzosnunanuiinseaiy

(F) Wuddadugnuiadiiethludanaumuiuiuvesiiy
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JUT 3.1 1wedgSnulnunuuundsiivienaindausaufisen Zn(OAC)trien)

aaa

(A) 91390381 Zn(OAC)(trien) Tuh

B) utevediufiunzeonunainuianseany
(@) AuvuvadvuluwiInsyay

(D) FuvuvedldignaanuuuIvINg

() fruarsvesliufinnzosnunainuiinseaiy

(F) Wuddadugnuiadiiethludanaumuiuiuvesiiy
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JUT 3.12nedgSinulnunuuudsiivienaindausaufisen Zn(OAC)(pentaen)

(A) FuseUnsen Zn(OAC)(pentaen) Tuh
B) sutvediufiunzeonunainuianssany
(@) auvuvadaluwiInsyay

(D) FuvuvedldignaanuuuIvNg

() sruarsveslufinnzosnunanuiinseaiy

(F) Wuddadugnuiadiiethludanaumuiuiuvesiiy
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diaiSeumsudnvagvednuiliandussufisenidnasiziludn waglnunleaindaus
Ufnsenndanseilueiiaulnaneals] nuinusmnuemvednuildaindussufisenduasisi
luefidulnareasziilnssomaninluvaeliunlaandusafisomduaseiluinneiing

21MAURENIN

(@ (b)

(©) (d)

Ul 3.13fuansweamedgTmulruuuudsiedsuandisaiiseluedidulnanea(a)
Cu(OAQ),(en),, (b) Cu(OAQ),(trien),(c) Zn(OAC),(en),, (d) Zn(OAC),(trien)(8]



unii 4

agﬂwamiwmaamazﬁaLauaLLuz

4.1 a3Unan1snnaeg

IINMIMARRIFUATIwATUSENUdouRnaUWas-uaily wazgaa-ueduluguuuy
miazmasluﬁj’] AD  Cu(OAQ)(en),, Cu(OAQ)(trien), Cu(OAc)(pentaen), Zn(OAc),(en),,
Zn(OAc),(trien) wag Zn(OAc)(pentaen) Lﬁaﬁtﬂuéf’;Li\‘ﬁJg‘jﬁ%sﬂumim%mwaﬁng%LmuIﬁ/\lm
nnUFRTIsE N deosBnnnazueii indeesdinaiilifie CU(OAQ), wag Zn(OAQ), weiiuilld
fio Lofiaulaueiiu (ethylenediamine), lasiofiauimmszdu (triethylenetetramine) Uaginung-

aa a . [ S a 4 Y] 4
lefiauengiu (pentaethylenehexamine) lagduameluguiuuansazaleul Naatondnwel
YesansUsEnauledoumemailn  UV-Visible spectroscopy WU A 09 UnRSHYBS

asUsENaURadauaY shift LU A, 189 CU(OAC), wansian1siansusenouldetauiniy

dll Yo 1 aaa = a a = wa a P —

dieldissfisenaseunadesmuliy  wasAnwinuaudfvosmedyTinuliuiinIeuain
F39UNTE7 Cu(OAC)(en), Cu(OAC)(trien) wag Cu(OAc)(pentaen) WUIANUNUILULUDS
wodgTnulnuldiiseisen Cu(OAc)(en), wlpefiagn uavAUVUILLUYBINORYTIMUTLY
AL3aUR[ATEY CU(OAC),(trien) ez Cu(OAC) pentaen) Az afiansananyuzvadilolny
Wuluiidmaes Rve1u uazlisngy winedgSinulnunldmisediten CulOAc)(en), sl

a ::4' a v N A = wa a a A a Y
ANNaTBLANINTIan  Uavdsniudesiign  WefinwnuaudRvemedgsmuliluilaseuainds
Zn(OAQ)en),, Zn(OAd)(trien) uag Zn(OAc)(pentaen) WUINANUNUILUUVDINBFLIIVULHLT
TganseUisen  Zn(OAc)(en), awannidn  UagANUUILUUYRINORINUNLYFII W Te
Zn(OAc) (trien) tay Zn(OAc)(pentaen) Azinfu  aNaIsunanwazaailolnunuI Wyl
dwidiotgeu Ay wasligngy uwinedgSmuliulyiinsaujisen Zn(OAden), dwiAIY

¥ A

azdeauniian wavlsnutiesian
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mﬂﬁ?uﬁaWimﬁﬂwmzmimaqwaﬁq’%mu‘lﬂmwdwmmﬁmﬂﬁﬁ%mwaﬁmakw%’u lng
finw rise profile mmwaég%muiﬂuﬁi%@hLéaﬂg‘jﬁ%m CU(OAQ),(en),, Cu(OAQ)(trien) uay
Cu(OAC),(pentaen) WuINTIMUBY Cu(OAC)(en), ﬁmm%’ummﬁqm LLammwaaﬁmu‘IWMﬁW
Cu(OAQ)(en), WusissUiizen anunsainufisemedwelsiwtustauysalldfuazsinsiiian
audiau iy CulOA(trien) way Cu(OAC)(pentaen) AU dlefnw rise profile U949
waéeﬁmuiWuﬁi%’é’aLi'ngﬁ%m Zn(OAc)(en),, Zn(OAQ) (trien) taz Zn(OAc),(pentaen) WU
n31mUee Zn(OAC)(en), ﬁmm%’umﬂﬁqm LLamwwaag%muImJﬁi%’ Zn(OAQ),(en), vWususs
UFisen  awnsaiiaufisomedwelsiedustvanysallifuarindiian  ddudaudy

Zn(OAQ)(trien) wag Zn(OAC),(pentaen) mUa1AU

glefuwmAn % conversion of isocyanate (%0) aniiuiildialelgleeiunndain
UFAselu IR spectrum iisuduiuilléfieveslelelseniundewinuiiselu IR spectrum e
Uinameamylelalusnunfivdenmsdanneinedeiiniliy - veswedeumilnadlisige
U381 Ao Cu(OAC)(en),, Cu(OAQ)(trien), Cu(OAC)(pentaen), Zn(OAC),(en),, Zn(OAC),(trien)
waz Zn(OAc)(pentaen)  WUIIA1 % conversion of isocyanate HAININNTT 99 % WAAIT
anshasudwihuiiselfessanysel wasdosuandnsdn % wuindlAndesndn 1 uanad
lolglognundlngfiaufisendunedosanazlindadamlunedysinu unninsiaufiisen

lnswelswdusswinlolelvenunuazlindndumiduloleloause

4.2 YaLEUBLUY

v 6 o ! aaa a v = ¥ =
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a v =) IS a A
NITULVUNRIDLEDUUTUNDU



45

LBNE15D1999

[1] Maris, R. V.; Tamano, Y.; Yoshimura, H.; Gay, K. M. Polyurethane catalysis by tertiary
amines. J. Cell. Plast. 41 (2005): 305-322.

[2] Inoue, S.; Nagai, Y.; Okamoto, H. Amine-manganese complexes as a efficient catalyst

for polyurethane syntheses. Polym. J. 34 (2002): 298-301.

[3] Inoue S, Nagai Y. Efficient cobalt complex on the reaction between isophorone

diisocyanate and diethylene glycol. Polym. J. 37(2005):380-3.

[4] Sardon, H.; Irusta L.; Fernandez-Berridi M. J. Synthesis of isophorone diisocyanate
(IPDI) based waterborne polyurethanes: Comparison between zirconium and tin catalysts

in the polymerization process. Prog. Org. Coat. 66 (2009): 291-295.

[5] Pengjam, W.; Saengfak, B.; Ekgasit, S. and Chantarasiri, N. Copper-amine complexes as
new catalysts for rigid polyurethane foam preparations. J. Appl. Polym. Sci. 123 (2012):
3520-3526.

[6] Sridaeng, D.; Limsirinawa, A.; Sirojpornphasut, P.; Chawiwannakorn, S.; Chantarasiri, N.
Metal acetylacetonate-amine and metal nitrate—amine complexes as low-emission
catalysts for rigid polyurethane foam preparation J. Appl. Polym. Sci. 2015, DOI:
10.1002/app.42332.

[7] Sridaeng, D.; Sukkaneewat, B.; Chueasakol, N.; Chantarasiri, N. Copper-amine complex
solution as a low-emission catalyst for flexible polyurethane foam preparation.

e-Polymers 15(2015): 119-126.

[8] Sukkaneewat, B. Preparation of rigid polyurethane foams catalyze by copper-amine
complexes in ethylene glycol. Master's Thesis, Science Program in Petrochemistry and

Polymer Science. Faculty of science Chulalongkorn University, 2012.



[9] Randal D.; Lee S. Huntsman polyurethanes — The polyurethanes book. UK: Wiley;
2002.

[10] Woods G. The ICI polyurethanes book. The Netherlands: Wiley; 1990.
[11] ASTM Standard Worldwide Designation : D1622-09 Standard Test Method for
Apparent Density of Rigid Cellular Plastics, May 2008.

[12] Modesti, M.; Lorenzetti, A. An experimental method for evaluating isocyanate
conversion and trimer formation in polyisocyanate-polyurethane foams. Eur. Polym. J.

37 (2001): 949-954.

a6



AANUIN



AANUIN N

A1519UUTNNANTSNARDY

M19197 n.1 wamsinseunwedgTmulnulagldaaseufiisen Cu(OAc) (en), Tuth

Cu(OAQ),(en),
Catalyst Y s o s % 5 ,

AN 1 ASIN 2 ASIN 3 ASIN 4 ASIN 5 ALRRY SD
Cream time (sec) 34 32 33 34 34 33 1
Gel time (sec) 38 39 37 37 37 38 1
Rise time (sec) 86 86 83 86 87 86 2
Tack free time (sec) 80 80 74 74 73 76 3
Density (kg/m’) 40.29 39.17 39.37 39.66 41.76 40 1




M19197 n.2 wamsinseunedgTmulnulagldaauseufjisen Cu(OAC),(trien) Tuin

Cu(OAQ),(trien)
Catalyst g % % % g d

AIN 1 AN 2 AN 3 AN 4 AN 5 ALRRY SD
Cream time (sec) 40 40 40 41 40 40 0
Gel time (sec) 54 53 51 55 52 53 2
Rise time (sec) 138 139 139 146 140 140 3
Tack free time (sec) 113 112 113 114 112 113 1
Density (kg/m3) 43 84 40.67 38.98 42.04 40.22 41 2

a9



M19197 n.3 wamsinseunwedgTmulnulagldiuseufjiten Cu(OAc),(pentaen) Tuti

Cu(OAQ),(pentaen)
Catalyst g % % % g d

AIN 1 AN 2 AN 3 AN 4 AN 5 ALRRY SD
Cream time (sec) 35 34 36 35 36 35 1
Gel time (sec) 60 60 61 62 61 61 1
Rise time (sec) 142 140 142 138 137 140 2
Tack free time (sec) 152 149 153 147 147 150 3
Density (kg/m’) 39.45 41.44 40.30 42.51 40.11 41 1
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M19197 n.4 wamsinseunwedgTmulnulagldaaseufiisen Zn(OAc),(en), Tuin

Zn(OAC)Q(en)Q
Catalyst g % % % g d

AIN 1 AN 2 AN 3 AN 4 AN 5 ALRRY SD
Cream time (sec) 34 34 34 35 35 34 1
Gel time (sec) 78 79 82 82 80 80 2
Rise time (sec) 243 245 245 250 249 246 3
Tack free time (sec) 263 261 260 263 260 261 2
Density (kg/m’) 41.52 44.23 42.59 42.33 42.12 43 1
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M13197 n.5 wamsinseunedgTmulnulagldaauseufjisen Zn(OAc),(trien) Tuth

Zn(OAQ),(trien)
Catalyst g % % % g d

AN 1 AN 2 AN 3 AN 4 AN 5 ALRRY SD
Cream time (sec) 34 36 36 35 34 35 1
Gel time (sec) 71 72 70 70 69 70 1
Rise time (sec) 266 265 267 270 273 268 3
Tack free time (sec) 273 275 278 276 279 276 2
Density (kg/m’) 42.94 39.67 39.00 42.37 42.03 41 2
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M19197 n.6 namsinseunedsTmulnulagldauseufjiten Zn(OAc),(pentaen) Tuth

Zn(OAc),(pentaen)
Catalyst g % % % g d

AIN 1 AN 2 AN 3 AN 4 AN 5 ALRRY SD
Cream time (sec) 35 36 37 36 36 36 1
Gel time (seq) 55 56 58 56 54 56 1
Rise time (sec) 255 250 252 250 249 251 2
Tack free time (sec) 263 259 260 260 259 260 2
Density (kg/m’) 41.95 41.69 41.87 39.16 40.14 41 1
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M13197 N.7 A119EA4 rise profile vaswaRgTmUluNmIulagldiqLseufiten Cu(OAC),(en), Tut

ANUgIvDIlily Cu(OAQ),(en), (@35 1) Cu(OAQ),(en), (@35 2) ALaae -
(cm.) (sec) (sec) (sec)
2 7 7 7.0 0.0
4 21 21 21.0 0.0
6 26 27 26.5 0.7
8 29 31 30.0 1.4
10 30 32 31.0 1.4
12 32 33 32.5 0.7
13 33 35 34.0 1.4
14 35 38 36.5 2.1
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M13197 N.8 AT19EAS rise profile VvaswaRgTMUlWuNWIaUlagldAaLTeUfATe Cu(OAC),(trien) Tuih

mmqwaﬂﬂu Cu(OAQ),(trien) (ﬂ%’jﬁﬁl 1) CUu(OAQ),(trien) (ﬂ%ﬂﬁ 2) ALaae -
(cm.) (sec) (sec) (sec)
2 22 22 22.0 0.0
4 42 41 41.5 0.7
6 52 54 53.0 1.4
8 56 58 57.0 1.4
10 60 61 60.5 0.7
12 64 66 65.0 1.4
13 70 71 70.5 0.7
14 74 7 75.5 2.1
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M13199 N.9 A19EAS rise profile VaswaRgTMUlWLNWIaUlagldiaLTeUfATe1 Cu(OAC) (pentaen) Tuti

mmqwaﬂﬂu Cu(OAQ),(pentaen) (ﬂ%ﬂﬁ 1) | Cu(OAC), (pentaen) (ﬂ%y’ﬁi 2) ALaae -
(cm.) (sec) (sec) (sec)
2 30 33 315 2.1
4 58 61 59.5 2.1
6 73 74 73.5 0.7
8 78 80 79.0 1.4
10 85 87 86.0 1.4
12 98 99 98.5 0.7
13 109 107 108.0 1.4
14 124 127 125.5 2.1
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M19197 N.10 ANFIUENN rise profile vaswadgTnulnuaTsulagldA3U 381 Zn(OAC),(en), Tuti

mmqwaﬂﬂu Zn(OAc),(en), (ﬂ%’jﬂ‘ﬁl 1) Zn(OAc),(en), (ﬂ%ﬂﬂ?’i 2) ALaae -
(cm.) (sec) (sec) (sec)
2 49 46 47.5 2.1
4 84 82 83.0 1.4
6 103 102 102.5 0.7
8 112 112 112.0 0.0
10 123 120 121.5 2.1
12 133 131 132.0 1.4
13 145 146 1455 0.7
14 155 155 155.0 0.0
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M19197 N.11 A3IUERN rise profile vaswaigTmulnunnIealaglddisaufisen Zn(OAc),(trien) Tuih

mmqwaﬂﬂu Zn(OAC),(trien) (ﬂ%ﬁ‘ﬁl 1) Zn(OAC),(trien) (ﬂ%ﬂﬂ?’i 2) ALaae -
(cm.) (sec) (sec) (sec)
2 46 av 46.5 0.7
4 89 89 89.0 0.0
6 111 111 111.0 0.0
8 122 124 123.0 1.4
10 131 132 131.5 0.7
12 145 146 1455 0.7
13 159 159 159.0 0.0
14 172 172 172.0 0.0
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M19197 N.12 A5I9UERN rise profile vaswaigTimulnunnsealaglddaisaufisen Zn(OAc),(pentaen) Tui

ANUgIvDIlily Zn(OAc),(pentaen) (S 1) Zn(OAc),(pentaen) (n¥ait 2) Aady -
(cm.) (sec) (sec) (sec)
2 53 51 52.0 1.4
4 95 95 95.0 0.0
6 120 119 119.5 0.7
8 136 134 135.0 1.4
10 152 149 150.5 2.1
12 170 171 170.5 0.7
13 188 191 189.5 2.1
14 211 210 210.5 0.7
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