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Report Title Effects of vacuum dryings and solvent exchange on the synthesis of
resorcinol-formaldehyde carbon xerogel by sol-gel polycondensation
By Ms. Chanida  Wesnusit
Mr. Thatchapol Pakdee-asa
Advisor Dr. Kriangsak Kraiwattanawong
Report for Bachelor Degree of Engineering (Chemical Engineering)
Departiment of Chemical Engineering
Faculty of Engineering

King Mongkut’s Institute of Technology Ladkrabang

ABSTRACT

This project synthesized of carbon xerogel by sol-gel polycondensation using vacuum
drying and pyrolysis in an tnert atmosphere. The molar ratio of resorcinol and the catalyst (R/C)
200 and 500 was studied. The effect of solvent exchange was observed by using t-butanol and
acetonc. In case of vacuum drying, the systems by direct vacuum and by decreasing pressure 0.05
bar step by step were studied. The results show that the vacuum dryings used in this work have no
effect on the porostty of carbon xerogels. For solvent exchange, carbon xcrogels of higher
porosity and mesopore volume were obtained from solvent exchange by t-butanol. In addition, a
durable structure of carbon xerogel with higher mesopore volume was obtained by using higher

molar ratio of resorcinol and the catalyst.
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myan a1 deyanizgatuiig lulasswdeih llaiidle Tomeuves Al uaz A2

Al A2
|
Adsorption Desorption Adsormption Desormption
- P/P, q P/P, r: PP, 7 q P/P, q
[cml(stp)/g] [cm}(stp)/g] [ij(stp)/g] [cmB(stp)/gL
0.001 134.10 1.00G0 519.7 0.001 132.57 0.999 514.9
0.003 154.16 0.961 520.9 0.003 151.74 0.963 515.1
0.006 163.08 0.925 “520.4 0.006 156.89 0.926 514.7
0.014 175.00 0.890 519.5 0.016 172.73 0.892 514.1
0.022 181.01 0.843 5183 0.023 177.59 0.844 513.1
0.043 190.13 0.793 516.6 0.044 185.75 0.795 511.0
0.055 193.88 0.744 512.8 0.055 189.13 0.748 502.9
0.061 195.39 0.643 423.8 0.061 190.52 0.651 3974 N
0.081 200.26 0.541 306.6 0.080 194.84 0.545 293.0
0.101 204.39 0.448 2734 0.101 198.91 0.445 261.1
0.110 206.16 0.351 250.8 0.110 200.54 0.349 241.1 N
0.121 208.23 0.234 2289 0.121 202.50 0.233 221.6
0.141 211.79 0.197 222.6“ 0.141 205.94 0.197 2158
0.161 215.46 0.144 2133 0.162 209.54 0.144 207.2
0.200 221.92 0.121 209.1 0.201 21567 0.121 2034 N
0.252 230.58 0.088 202.6 0.252 223.84 0.089 197.6
0.304 23941 0.052 193.8 0.305 23237 0.052 189.5
0.355 248.31 0.355 241.04
0.407 258.09 0.407 250.65
0.451 267.15 0.452 259.63
0.545 290.10 0.546 282.28
0.604 309.03 0.605 301.54
0.710 362.32 0.708 356.31
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Al A2

Adsorption Desorption Adsorption Desorption

P/P, q P/P, q PP, q P/P, q
[crnj(stp)/ g] [cm"(stp)/ | [ij(stp)/ ) [cm"(stp)f’g]

0.731 378.35 0.732 374.72
0.744 389.10 i 0.745 386.63
0.772 4_1466 0.773 414.69
0.802 446.62 0.804 448.89
0.846 487.51 0.847 490.19
0.917 513.95 0.952 512.00
0.958 517.35 0.960 513.78
1.000 519.68 0.998 514.90
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Bl B2
Adsorption Desorption Adsorption Desorption
P/P, q P/P, q P/P, q P/P, q
[cml(stp)/g} [cmj(stp)/g] [cm3(stp)/ g] [ij(stp)/g]

0.001 149.56 1.000 1 107.6- 0.001 144.67 1.000 982.9
0.003 172.65 0.963 1107.1 0.003 166.54 0.961 984.6
0.006 181.96 0.928 1104.9 0.006 175.80 0.927 982.8
0.015 197.28 0.912 1077.6 0.014 188.83 0.898 9728
0.023 203.08 0.847 519.6 0.025 197.11 0.837 629.9
0.042 212.27 0.799 411.6 0.041 204.29 0.786 420.2
0.055 216.29 0.738 362.0 0.055 208.70 0.731 359.1
0.061 217.90 0.635 322.8 0.060 210.25 0.637 3169
0.081 222.86 0.550 302.2 0.0él 214.99 0.552 294.8
0.102 226.82 0.459 284.4 0.102 218.91 0.438 2727
0.110 228.40 0.353 266.5 0.110 220.51 0.356 2589
L0.122 230.41 0.248 250.0 0.122 222.50 0.248 242.2
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a15199 n.2 Sayamsgadun iy lulasmwdoih ldadele Tameuves Bl uaz B2 (de)

Bl B2

Adsorption Desorption Adsorption Desorption

P/P, q P/P, q P/P, q P/P, q
[cml(stp)f’g] [cm}(stp),’g] {cm}(stp)/g] [cms(stp)/g]

0.141 233.54 0.195 242.1 0.141 225.60 0.195 2343
0.162 236.82 0.144 2341 0.161 228.76 0.144 226.4
0.200 242 .46 0.121 2305 0.200 234.39 0.121 2229
0.252 24993 (.088 224.6 (.252 241.95 0.088 216.9
0.304 257.46 (.052 216.1 0.304 24950 0.052 208.6

0.355 264.94

0.355 256.90

0.407 273.01

0.407 264.98

0.452 280.09

0.452 272.12

0.549 296.45

0.548 288.67

0.605 307.36

(.605 300.08

0.703 330.77

0.703 325.16

0.725 337.62

0.725 332.87

0.743 343.95

0.74

3 339.64

0.773 355.06

0.772 352.55

(.802 369.09

0.803 369.54

0.840 393.33

0.839 399.18

0.897 460.97

0.902 513.83

0.939 626.66

0.936 688.63

1.000 1107.63

0.974 94191

1.000 982.87
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L Cl C2
Adsorption Desorption Adsorption Desorption
P/P, q P/P, q P/P, q P/P, q
[em'(stp)/g] [em (stp)/g] [em’(stp)/g] [om (stp)/g]

0.001 h 104.09 0.990 247.6 0.001 139.40 1.002 732.0
0.003 116.46 0.963 2478 {).00377” 77 7159.52 0.967 727.2
0.006 121.-39 O.92g 247.7 0.006 " _“77)167.28 0.927 7 726.1
0.014 129.03 0.891 2475 0.014 179.94 (.892 7242
0.023 £33.54 0.844 247.1 0.022 186.12 0.847 A 718.1
0.045 139.70 0.794 246.7 0.043_ 195.00 0.799 587.2
0.056 142,10 0.744 246.1 0.055 198.77 0.736 367.7
0.061 143.01 0.649 245.2 0.061 200.17 0.634 306.9
0.080 146.20 0.554 243.7 0.081 204.78 0.552 283.7
0.102 149.20 0.458 234.1 0.101 208.72 0.449 2634
0.110 150.37 (.345 180.7 0110 210.30 0.356 248.0
0.121 151.84 0.249 169.3 0.122 212.34 0.247 2319
0.141 154.20 ¢.181 161.8 0.140 21533 0.195 2245
0.162 156.60 0.144 157.5 0.162 218.67 0.144 216.9
0.200 160.64 0.12; 154.8 0.201 224:3[ 0.121 2133
0.252 165.99 0.087 £50.5 7770.252 2;1.62 0.089 207.7 -
0.304 171.36 0.051 144.7 0.304 239.03 0.052 199.6
0.354 176.64 - 0.355 246.19

L 0.407 182.61 0.407 25391
0.452 188.05 0.451 260.75
0.549 201.70 (.548 276.90 B
0.606 211.90 0.605 288.10
0.706 231.53 0.703 313.14
0.725 235.14 0.726 321.43
0.743 23799 0.744 328.41
0.774 241.26 ) 0.773 341.82 N
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Cl C2

Adsorption Desorption Adsorption Desorption

P/P, q P/P, } q Prp, q PP, g
[cm}(stp)/g] [cms(stp)/g] [cmB(stp)/g] [cmj(stp)/g]

0.803 243.44 ) 0.803 359.67
0.843 244.47 0.839 391.25 N
0.921 245.54 I -V0.900 510.38
0.961 246.55 0.546 700.49
0.980 247.21 — V_ 1.000 731.97
0.989 247.63 o ]

a ¥ g ¥ o o 4 Y o
A15197 n.4 Yoyad Idainnsgeuiiy Ty Tasmudsi hladanswnsaszaedivesrne

FWIUNDI Al Haz A2

ai

Al A2
r, [nm] Av__/Alog r, r, [nm] Av_ /Alog T

[cmjfg] [cm3/g]
0.84 0.1006 0.84 0.0781
0.96 0.0511 0.96 0.0279
1.08 0.0203 7 1.08 0.0028
1.21 0.0747 . £.21 “ 0.0454
1.35 0.0465 — 1.35 0.0214
£.51 0.2124 .51 0.1463
1.63 0.2681 1.63 0.1936
1.70 (.2252 1.70 0.1530
1.78 0.5016 7 1.78 0.4626
1.87 0.6381 1.87 0.5153
1.96 0.6375 1.96 0.5152
2.05 0.5944 2.05 0.4754
2.15 0.5899 ] 2.15 04724
2.26 29197 2.26 1.9640
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JHIUVBY AL 1AT A2 (11D)

Al A2
r, [nm] AVlm/Alog r, r, [nm] Avmcs/’Alog T,

[cm“/g] [cmsfg]
2.38 2.8686 o 2.38 2.3884
2.50 2.7457 2.50 22822
2.64 2.5656- - 2.04 2.1208
2.80 2.4374 2.80 2.0078
2.97 1.8361 2.97 2.0477
3.16 _ 1.6976 316 2.1152
3.37 1.5416 3.37 1.9183
3.61 1.4710 3.61 1.8306
3.88 1.3682 3.88 1.7015
4.20 0.3394 4.20 0.7390
4.57 0.0965 4.57 0.2185
5.00 0.0693 5.00 0.1573
5.53 0.0314 5.53 0.0408
6.19 0.0277 6.19 0.0362
7.01 0.0196 7.01 0.0189
810 0.0157 8.10 0.0128
9.60 0.0130 9.60 0.0098
11.79 0.0t11] 11.79 0.0073
15.33 0.0047 15.33 0.0039
20.02 0.0028 20.02 0.0025
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IWIUYD9 Bl Unz B2

Bl B2
r, [nm] AVmcslﬁlog r, r, [nm] AVNS/Alog r

[em’g] [em /g
0.84 ) 0.0986 0.84 0.0539
0.96 0.0311 0.96 0.0000
1.08 ‘77(7)7.0000 1 .0W87 . 0.0000
1.21 0.0077 1.21 0.0000
1.35 0.0000 1.35 0.0000
1.51 0.0000 1.51 0.0000
1.63 0.0296 1.63 0.0000
1.70 0.0000 1.70 0.0000
1.78 .0000 1.78 0.0378
1.87 0.0427 1.87 0.0000
1.96 0.0440 1.96 0.0000
205 0.0078 2.05 0.0000
2.15 0.0094 2. 15——- 0.0000
2.38 0.1472 2.38 0.1568
2.50 0.1133 2.50 0.1208
2.64 | 0.0265 2.64 0.0282 O
2.80 0.0537 2.80 0.0378
2.97 0.2867 2.97 0.4004
3.16 0.3000 3.16 0.4115
3.37 0.1390 3.37 0.2339
3.61 0.1349 3.61 0.2262
3.88 0.1218 3.88 0.6267
4.20 0.6136 4.20 1.0463
4.57 0.5912 4.57 0.9975
5.00 0.4723 5.00 3.3197
553 1.7968 5.53 3.7870
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gWIHVDI Bl 1 B2 (AD)

Bl B2
r, [nm] Av__/Alog r, r, [nmj AVmCS/Alog r,
[ij/g] [cm}/’g]
6.19 L5110 6?9 3.5439
7.01# N 4.54%0 7.01 4.1842
8.10 5.3536 8.10 3.5710 _
9.60 4.4198 .60 2.6394
LL79 2.4440 11.79 0.1425
15.33 0.2160 15.33 0.0464
20.02 0.0149 20.02 0.0130

C; ¥ AN W ar o Ao a ar
a1 0.6 Yoyah laninnsgeauniy Tu lasnuieh e s wimsaszaedwe svune

JNIHVDI C1 Mag C2

51

Cl 2
r, [nm] AVlm/Alog r, r, [nm] AVmcszlog T,

[em'/g] [em’/g]
0.84 0.1374 0.84 0.0718
0.96 0.1112 0.96 0.0000
1.08 0.1002 1.08 0.0000
121 0.1590 121 0.0000
1.35 0.3224 1.35 0.0000
1.51 1.6297 1.51 0.0000
1.63 1.6864 1.63 0.0164
1.70 1.6565 1.70 0.0000
1.78 1.4961 1.78 0.0452
1.87 0.3042 1.87 0.0568
1.96 0.3021 1.96 0.0590
2.05 0.2942 2.05 0.0239
2.15 0.2900 2.15 0.0263
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JHIUYBS CL Uz C2 (AD)

Cl C2
r, {nm] Av_/Alog r, r, [nm] Av_ iAlog r,

[ch/g] [cmﬂ'gl
2.26 0.2105 2.26 0.1676
2.38 0.0393 2.38 0.2705
2.50 0.0375 2.50 0.2338
2.64 0.0349 2.64 0.1448
2.80 0.0331 2.80 0.3076
297 0.0239 2.97 0.7913
3.16 0.0174 3.16 0.7848
3.37 0.0154 3.37 0.6019
J.ol 0.0148 36l 0.5775
3.88 0.0135 3.88 1.3416
4.20 0.0139 4.20 4.6625
4.57 0.0134 4.57 4.3805
5.00 0.0112 5.00 3.8760
6.19 0.0075 6.19 24225
7.01 0.0057 7.01 0.7845
g8.10 0.0046 8.10 0.0841
9.60 0.0036 9.60 0.0526
11.79 0.0029 1179 0.0223
15.33 0.0014 15.33 0114
20.02 0.0008 20.02 0.0067
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