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1.50
148
1.50
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1.44
143

180

149
145
141
1.38
1.35
133
131
137
128
121
1.26
125

200%

1.44
1.39
1.35
131
1.28
1.25
123
131
12
119
118
L17

220%

142
1.36
132
128
124
121
i
L2
114
113
113
11

225%

141
1.36
131
121
123
12

118
1.26
114
113
112
11

3%

141
1.35
1.30
1.26
123
119
L17
1.25
112
111
111
1.09

20%

141
1.35
1.30
1.26
122
119
1.16
1.25
112
11
11
1.08

250%

141
1.35
1.30
1.25
122
118
116
1.24
111
110
1.09
107



-13 (Kinetic Parameters Used in the present Work)

Incor- Esteri-
Acetal- Free Porated fica-
Ester Trans- Poly- dehyde DEG DEG tion
inter- esteri- conden- forma- forma- forma- reac-
change fication sation tion tion tion tion
Reaction eq.(3-)  eq(3-2)  eq(33)  eq(34)  eq(35)  eq(36)  eq.(37)
Activation energy, kcal/mol 150 150 185 29.8 298 29.8 176
Frequency factor, L/mol min 40X 104 20X 104 68X 105 217X 10% 217X 109 217X 109 10X 106
Equilibrium constants 0.3 0.15 0.5 - - - 2.5

dJnits are min
. K Ravindranath and R.A. Mashelkar.J.Appli.Sci.,27,471(1982)

Esteri-
fica-
tion

reaction

eq.(3-8)
176

1.0 X 106
1.25
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i) (Terephthalic Groups)

(Saponification Number)u3 (Methylester Groups)
(Total Methanol) 2«
1
11 ? ?!
CHOH+20- 3+3H2 4 eeeemeeee » Cr2( 43+ 2+ 5HD
213+6KI+6 2 4 * 32+Cr #3+3K, 4+6HD
2+ 2Na2 2 3 -=-eeeeeee- > Na, 4 ,+2Nal
CHY) - Sl nRErns x Blvener » 6Na, 2 3
3 e » 300 0.02 N Na2 2 3
1.2 7! ?
2.

21 2
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2.2
221 0.1
2.2.2 125,250,500
2.2.3 Heating mantle
2.24 1,5, 10
2.25
2.2.6 /I
2.2.1 100, 1000
2.2.8
2.29 25

2.3
231 2
(KOH) 112
1000 .
2.3.2 :
(HC1) 82
1000
2.33
1 100
2.34 KHP 1.0
(KHP), HOOCCHHACOOH
100°¢ 2
(desiccator) 1
2.35
(KjCr, 7 100°. 2
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: A (K2 7
2 200

B (HSO4 680
100
- B A

1000

2.3.6 100
(K1) 100 1000
231 0.02
(Na,SD 3 5

1000 . . 1

( )
2.38 0.025

(KXCr2 ) 110°
2 . 1
1.226
1000
2.39 1
normacose (NaOH) 1
2.3.10 (K1)
2.4
24.1 1
1) KHP 1 0.1

%0 .. [



300

100

Na22 3 =

%2

3
1
1
Ly _  WKHPXI000
20493 XV NaOH
)
1
0.02
(KI) 2
(H2 4
005
5
002
0.02
0.025X 20 05

VNa, 2 3 VNa 23
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N& %3 0.02

Na, 4 3
V. x3X002
25
V Na, X3
VNA23 = 0.02
()
1) 1 0.1
100/ /) 22 | )
2) 2 10
nicloux
3) 45
4) 20 .. vigreux
) 00 . . &
0) 20

9%

100
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v3( .

10

10

vd (.

0.02

nicloux
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1

5090 30

100
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6600 (V, - 3 fHan
v, = !
(. )
V2= L
v, )
f :
- | ()
252 CHiO ( l)
1033 (V3- ¥4 fx 100
/- 0.02
(. )
VA = 0,02
(. )
- 002
- ' ( )

2.53

(100+MG) - TG X216
TG

9%



2.5.4

TG - MG
6 3 X 100
66
TG. = ( I)
MG. = ( [)
31
311
312 ground joint
313

3.2



21
2.2

221 0.1
2.2.2

2.2.3
2.24
2.25
ground - glass joint
2.2.6

2.2.1
2.2.8 10, 25
2.2.9

Dosimat 665

2.2.10 100

funnel conical

Metrohm Titroprocessor 686
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2.3

231 (Na,C03
2.3.2
14
4 B4 °¢
2
3
233 KHP (Potassium Hydrogen Phthaiate)
KHP 100°c 2
1 .
2.34 (NaOH) 0.2
NaOH 1N NaOH 40 1,000
NaOH 0.2 N NaOH 1 N
200 1,000
2.4
24.1
) KHP 0.05 0.1
RN
2) SUNIVE! ,
3) 0.2
4)
_ A X 4894
A A = (G .
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242

1) 3 ( 0.1 )
2) 50
3)
90°c 30
4)
10
5) 6.1/
6) 0.2
V
0.2 ()
| 7
v0 0.2
()
2.5
( 106
(V-v0Q t. 106 = (V-vVQ t. 103
103 .
t =
V =
()
v0 =
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41

30

(Polyethylene terephthalate)

Heating Dblock
Internal standard

FID
Hamilton type 701N

(Heating block)

5000

0.400



4.2
421 Stock solution 98.000 2.000
422 Stock solution
Stock solution () ,
1 0.2500 05
2 0.5000 1.0
3 0.7500 15
4 1.0000 2.0
* ' 1.000
423 ! 30
4.2.4
4.4
4.3

Carbowax Capillary column
30m X 0.53mm. ID. X 1.2 pm Film

Carrier gas N2 = 15 /
Make-up gas N2= 15 /
Combustion gas H2 = 45 /
Compressed air = 450 /

Splitter =0 / (Split-off)



Column oven start 150° hold 0
final  200°c rate  10°C

hold 3
final  230°c  rate 30°C
hold 5
injector : 250°C
detector 280°C
amount injected : 1 !
5.1
5.1.1
(
)
5.1.2 (WR)
mg DEG
WR = e —
mg ST
mg DEG = )
mgST = ( )
513 4
AR - U DEG
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IU = integrator UNIts
514
WR mg DEG . IU ST
Factor = ----emv =
mg ST. DEG
515 4
5.2
( )
AR | )
ARX FXmg ST
DEG (% WAV) = -*
(g) X 10
5.3
4
45

+5
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MEECO
205°C 1
PO5+ HD - > 2HPO3
2HPQ3 - » H +1 0, +PD5
(platinum) 2

- MEECO Electrolytic Moisture Analyzer, type LBY model
- Sample holder

- Regeneration set for the electrolytic cells

- Reducting valve

- Drying device
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41

4.2

43

4.4

4.5

4.6

4.1

Cell
4.8

0.2

2-3 psi

0.10

KAAHO 6 X 2 H2° MW = 235.28

(86

“Instrument power switch”

“cond-anal”

50

“off”

“condition”

“Heater power switch”

400°F

Cell no.1

205°¢

Blank (

0.4

4.19)

Hon”

“off”
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411

4.12

413

4.14

4.15

4.16

4.17

4.18

4.19

> 01
0.1-0.05
0.05-0.01
0.01-0.005
<0.005

1l
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15
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“Carrie Gas In”

“Analysis”
60
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60

4.10-4.17
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7 .
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2
3

<0.5

15
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Sample holder

4.10 -

4.17
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H (

M, =

Mo =

70
7.1
72
73

1 “cond-anaT
50 / 20
50 /
[ ) - Mo x 104
( )
( )
()
( )
>0.020 £2.5

0.010-0.020 +5.0
<0.010 + 10
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“condition”
/
15-30



(MATLAB)
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5.2264¢-005

k5 =
1.5726e-007
kb =
2.8334e-005
k7=
0.0458
k8=
0.0037
tolerance =
0.0577



clear all
clear

X0=[0.01938 0.06933 2.9086 5.81724 2.9086 0.008 0.0056 0.094

0.03368 0.00983 0.007197
0.000309 0.000309 0.000309 0.02586 0.3 ];

VL B=zeros(1,16);
VUB=[];

options(14)=3000;
[x,options]=constr('Ct2' xo,0ptions,VLB, VUB);
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