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Synthesis and Thermal Stability of Polyol Esters
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Abstract — Polyol esters were synthesized by condensation reaction of polyols (PE and DiPE) and linear acids
such as valeric acid, caproic acid, heptylic acid and caprylic acid. The structures of polyol esters were confirmed
by gas chromatography. Hot tube test was used to measure thermal stability of polyol esters and its thermal prop-
erties depended on the structure of acid moiety contained in polyol esters.
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2-1. Al AIE2I7

E8g JdZHZEE PSRz AMSS RS o
%2 pentaerythritol(PE)2 Y& YakuriAb®] A]oF&,
dipentaerythritol(DIPEYE AldrichAte] AJ2RS AAlglol
ARgEIRTE ], B2 EUAO 2 valeric acid(Cs)
£ FlukarFe] A2FE, caproic acid(Co)9t heptylic aicd
(Coy= JanssenAhe] AJSFR caprylic aicd(Cg= Junsei
ALe] Alokg-& AAIgle] ARE-EHTH

P F2E oaH| 2o Fx= HP 5890 GC
(Column : HP-1 capillary 30 m, 80~300°C, 8°C/min)
£ ARS8l A3

2-2. PE ester M
25 W2t7], Dean-Stark trapS 1%k 250 mL 17
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T2ty Z82Fe] PE.15 mole)o} 7= B4 44
(0.6 moleyS 713 & 523t 220~230°CollA ¢F 12
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st e &, vukg sl R4S Al A Y8
AGES CHCLO = BRIER 48903 53]
A7\, BEZ 712 g2 §7)58 RS
7152 8ulE AAzl BAHER FEE oliEHE
Z At

2-3. DIiPE ester £

PE dj&=H 28] FAdoxe} re WHo R NigI|E
A3 F DIPE(0.1 mole)® JFEE-24H0.6 mole)S
718 & s&ala] 220~230°CoA 2F 12417+ wwksls
t}. U] AL PE esterd] ¥4 AR Tdsic)

2-4. Hot tube A%
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Fig. 1. GC chromatogram of PE-C; ester.
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Fig. 2. GC chromatogram of PE-C; ester after 30 min
reaction.
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Table 1. Basic physical properties of several polyol
esters
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Table 2. Initial decomposition temperature of polyol
esters by TGA thermograms

Sample . TH= TAN
Number @40 @100 VI (mgKOH/g)
1 PE-C; 12.89 3.134 103 0.20
2 PE-C; 1531 3.656 125 0.14
3 PE-C; 1826 4034 120 0.87
4 PE-C; 21.69 4591 129 0.15
5 DiPE-C; 3941 6980 138 0.19
6 DiPE-C; 33.15 6371 147 0.28
7 DiPE-C, 3128 6.092 145 043
8 DiPE-C; 4036 7.224 143 0.45

Srh(Table 1). 38X PE esters’} DiPE esters 2
% o £ A%E Yo, PE estersd] B¢
EArgo| 3718 8 3= 7Rk A= e
wth 22u} DIiPE esters®] A9 YA AL o
ERIA] eagich A% EelE dl&HE SRMEES] ¥
HEAE YotR7] 93 TGAEZEH7],
10°C/min)*} Hot wbe A¥S 31Hth. TGA @A
PE esters®] 739 250°C F-2ollA] E3i7} AlzEo]
350°C Tﬂoﬂ»ﬂ ﬂgsol -2 B3 =HA. Table 2
o YJeld x7| Beless gAgvt & 72 8Aie
ARl S A SHEUFEERFC] A-TE)
A vehdth &, 288 FEEAN] 477 4
5 Gof) oigk °"Zé’“°\ 73 SREYS ¢ 7 A
T}, DiPE esters?] 739+ 340~400°C Alelollr E&)7}
dofsit}, DiPE esters §P{I’§E A7V AeE 27
Eal2=rt A JePte™ PE esters Hth E <A
gel o] sttt

O\.*‘v

Sample Esters TGA
Number (Decomposition Temp, °C)
1 PE-C; 269.4
2 PE-C; 272.2
3 PE-C, 300.0
4 PE-C; 313.8
5 DiPE-C; 341.6
6 DiPE-C; 359.7
7 DiPE-C; 3722
8 DiPE-C; 380.0

HIE) IPARFEAIG FAl 23 Ak A
2 He Aol o3 acide) €L BEFE,
linear acid BETH= branched acid®] 73-9-o E/4k3h

otAlo] o] 9-=3ldtH4]. B d7olAlE Hot-tube
AL @IS 105-95)-90H: )e AHgst

o oiHEZe| IS Hrhiden AdA=E
Table 3o VERJQICE PE ester®] Hot-tube 28 Z
ZH(Sample No 1~4), AlFL&E 275°CollA+= €27
o] Fxo #AAgel Tubed] g7t 5H°] 1€ YER)
o] dekgAo] olF Bl ot AJELRE 290°Ce
Me ggdrle] F27F Gl ester(Sample No 4)9]
gIH5Eo] 82 veRo] @ o] "olxle Ao
2 el

FH, DIPE esters®] Hot-tube A ¥ Z 3H(Sample
No 5~8)0] &3l A BLw 275°ColA ¥7|9) Zo]
7t AoRFE HIFeFO] 5(Cy), 8(Cyy2 WERHO
PE esters?] & 0B vig] 34 @82 & &

# Schiloberg, R. H5°] A+3 TMP esters At
Table 3. Hot-tube results of several polyol esters

Sample Esters Hot tube (at 275°C) Hot tube {at 290°C) Hot tube (at 300°C)

number kv TAN  Rating kv TAN  Rating kv TAN Rating
1 PE-C; 30.83 82.86 1 24.06 95.27 1 35.81 68.93 1
2 PE-C, 36.59 66.33 1 3213 100.8 1 40.51 83.95 1
3 PE-C, 50.78 60.78 1 47.16 85.00 1 55.03 70.37 1
4 PE-C; 66.47 95.65 1 5533 95.47 8 79.85 67.19 8
5 DiPE-C;s 3391 122.4 1
6 DiPE-C, 53.59 111.8 1
7 DiPE-C; 8145 79.69 5
8 DiPE-Cy 94.26 87.70 8
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Table 4. Kinematic viscosity, TAN, Hot-tube lacquer rating of mixed polyol esters

Sample Polyol ester Hot tube A3 A Hot tube(at 290°C) Hot tube(at 300°C)

number kV TAN kV TAN Rating kv TAN Rating
9 PE-Cs/Cs 12.10 0.52 24.64 69.01 1 2791 70.51 1
10 PE-C:/C, 13.12 0.55 38.99 63.44 1 34.04 82.19 1
11 PE-C,/Cs 17.76 0.12 37.29 78.25 1 62.01 74.12 1
12 PE-C¢/C; 27.75 0.20 30.58 90.25 1 3546 86.15 1
13 PE-Cs/Cs 14.96 0.19 30.89 92.97 | 37.16 89.02 1
14 PE-C+/Cs 12.83 0.48 54.72 74.14 1(4) 49.63 73.56 7
15 DiPE-Cs/C; 33.64 0.14 40.54 101.42 1 39.68 76.51 1
16 DiPE-C:/C, 27.51 0.95 51.69 88.27 14) 49.81 92.95 5
17 DIiPE-Cs/Cg 34.70 0.12 63.35 62.56 6 76.39 86.20 6
18 DiPE-C4/C, 30.17 0.18 51.78 89.57 1 47.58 89.27 8
19 DIiPE-C¢/C; 33.88 0.23 71.11 94.87 1(3) 79.76 93.89 4
20 DiPE-C//Cg 38.83 0.36 46.77 74.87 7 83.59 77.78 7

*lacquer rating of top part of hot tube.
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dojd 2 4 AL "ojR o ole} 22 Hx}
= oA Q&g £39 Y& dAEATh et
Hog Ae FF718e oHE SFEL o FF
o] % acid® AMEsSl THEO|ZIT) wiepx B A+
NME acidE EF3EI estersE TS F 713
E43} Hot wbe AY ¥ A Hx, TAN # &
75 FE H7Hetth(Table 4).

PE esters®] 74-$(Sample No 9~14), 290 °C$}
300°Co)412] Hot wbe A ¥ AH-H9] $HE7 F
7¥3laL TAN 3ol @o] 453l oy eblswe A
Walslx] eskth. <17 7 71 No. 14 esterd]
yheaol ozt wsleilov ¢ E dEeR A}
£-3lo] AT esters?] Hot-tube A8 23K Table 32
Sample No 40l H]3]l & 4] S35t DiPE
esters®] 7-$-(Sample No 15-20), 543 ¢27|& 7}
7l PE esters 3}3HE B}l 89MEFo] A YERT
Z AFLE 300°Co014 Sample No 10, 11, 12, 13
FESL hedol 12 VAW, DIPE ester
3}1gHE9) Sample No 16, 17, 18, 19 3HEENM =
gFHEFol 5, 6, 8, 42 EA YEITH oA e
¢7E 7 dzEHZ3RHEYA PEZL DIiPE 2ot
d Aol ° 53 Aoz Rt o9t 2ol
DiPE esters9] FM8/30] PE estersol H[3f Holx|=
Ao z= Fe & dad=e FHE 7lske R
o2 B & Y3 AVE ASske F9
DiPE esters®] 5 H =7} PE esterso] HjF Zom
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Fig. 3. FT-IR spectra of DIiPE-Cy/C; ester.
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Table 5. Carbonyl peak analysis by FT-IR spectra

Polyol ester Pco/Poy* TAN
Al 0.73 0.2
PE-C; AlE%(275°C) 1.12 82.86
ANE3(290°C) 1.17 95.27
AlgA 0.54 0.55
PE-CJC, NEI290°C) 0.92 63.44
A EE300°0) 0.93 82.19
Al 0.54 0.95
DiPE-C¥C,  A8E(290°C) 1.12 88.27

A EF(300°C) 1.03 92.95
Pco/Pen is integration ratio by FT-IR.

3-3. FTIR &4

Hot tube Al¥ A3 & Y9 FLIR 48 &3
3}8ta 7z WEE BFIA ) Hot tube Al
H F 2de T2 AEEE sl TAN o] 2
Al Asdhetl old ABHEELS FTRIROIA 1600~1800
cm™ B2 sl2rd 289 EAAHQ HAE Jg
WAt

Fig. 32 DiPE-CJC; ester(Sample No 16)2] Hot
tube AlFA - F2] FLIR ~HEHo|th Al A oY
o] 7Ft2rRd Hae sl GItE e RS JeRlA
T AE F AR APoT o] BM FlErd
Hasoe] AMFeEN Fulg J4E Vet o
2}A] TAN @] $710) whe 7128 d 33 WA &
TREE Yot} 98} FRIR 2HEZo|A galea
o} Fl2rd mAe] Jula HAYE FEATHTable 5).

Table 59141 Hot tube AP LUEL TAN 3t
°] 0.2~0.9 mgKOH/g®], Pco/Pau kO] 0.5~0.72 1
ER}A| gt 7-20049] Hot tube A8 ¥ TAN gho] <
60~100 mgKOH/g®.2 ZA] Z7 el W}t Peo/Pey &k
o] 09~1.1Z 71319t} Poo/Pen 3 571 A8LE
o] Aoz g slanyd wAe] WHo| Zvtd 4
HAE & 4 Sk

4d B

37 F7e| 7k284A polyol(PE, DIPEYE AHe
3o Bl N2AZE Y @ F AI2RAN @
27 dojell Sl BBSS @ IHHE TGAS
Hotube AW S AH810 %71 43t theee] A
2 e 5 I
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1. TGA® &Jg dis) 423, PERTh= DiPE7L,
g linear acid Y7V A4S 27 B8l 2=t
=t

2. Hottube Al¥ ¥ EE SIFPEES FH=4
TAN kol F718IaL Atskee] g2 7l2Hd o
Aol WAo] Z7IHE & F AR ester 15HE2
stz wske dojuiA] &ttt

3. Hot-uwbe A@HoZ Hrishs A% HAES
lacquer 572 acid®] 4717t A4S 4 &A v
EPtom PE esters®T} DIiPE estersol|A] f=lfFE &
Hol| EHES w7t Bol vehgit B3 e F
o 4ANE /1A esters?] 79 PE esters 3}5E0)
DiPE ester 21} & <FdAJo] 958 Z o2 ERGS
B linear acidE® AY d2H2 HFJEEL acide] &
A7 B 5 4 o) .
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