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311

1 (Magnesium nitrate hexahydrate :
Mg(NO326H2), AR grade, Sigma Aldrich)

2 (Alumium nitrate nonahydrate : AI(N0339HD),
AR grace, Fluka)

3 (Potassium fluoride : KF; AR grade, Fisher Scientific)
4 (Sodium carbonate : NaaC03 AR grade, Fisher Scientific)
B, (Sodium hydroxide : NaOH, AR grack, Ajax Finechem)
3.1.2

I} C3CD(CBCI Fatty acid methyl esters (CBCI0

FN\/E) Thai Oleochemicals (TOL) Co, Lid)
CICY (C]ZLCl4 Fatty acid methyl esters (CI2CH

FNVE) Thai Oleochemicals (TOL) Co, Lid)
(Tnmethylolpropane (TVP) : C3HIA) 3 AR grade, MR

4' (Sodium methoxide : NaOCH3 purum grace 97% Sigma
Aldrich)

o) (Sodium hydroxide : NeOH, AR grad, Ajax Finechem)

6. (Calcium hydroxide : CAOH)2, AR grad, Ajax Finechem)
1 (Calcium oxide : CaO, AR grack 98 % Qrec)

8 (N2, 99.99%, HP grade)

3.1.3 '

1 (- ethylV-(trimethylsilyl)

trifluoroacetamide (MSTFA) :GHISIFINO, GC grace, Sigma Alarich)

2 (Pyriciine : csnsn, GC grade 99.8%, Carlo Erte)

3 (Methyl undecanoate : C12H4) 2 GCgrade 99.9%, Fluka)
4 14 (1,4-Dioxane : CAHR 2 GC grade 99.9%, Fisher Scientific)

o) (Acetic acid :CHD?2 AR grade, Sigma Aldrich)
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3.2

321 : [26]
(co-precipitation  method) My(NO3zeHD (0.5 )
AI(NOIBHD (0.5 ) O 250
NOH(L7 ) NaX03(05 ) O 500
O 50
65 22
42 O -
(bH=) 120 24
HICs  HIGCss
5 HIGT) 1

200, 350,500 650
My(NO326HD (075 ) +

AINOIBHD (05 ) NeOH (L7 ) + NeZC03(05 )
O pH=T
120 24
31 HIGs
3.2.2 KF/HTC-500
KFHTCH00  incipient wetness impregnation HTCas
500 5 K 1.72
1 120
24 KHHTC500
4 KFHTGOHT) 1 200,

350,500 650



1.72 \uanedns vad KF

HTC-500
: .
Lmﬁqzuwﬂvﬁ 500 aefwaldea ||  Incipient wetness impregnation
v
Faitald 1w
v
aulgauuail 120 ssmwaidoa Wunan 24 alus wazualiicuidon
3.2 KHHTG500
323 HTC-500 (rehydrated HTC-500)
HIGs (rehydrated  HTCH00) O
HTC500 HIG0
1 120
3.3 HTC-as
KF/HTC-500
331 X-ray diffractometer (XRD)

Bruker D8 Discover (

Xray diffractometer
33 Qu Ka radiation 15406
1 20 5 80
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33 XD Bruker D8 Discover

Perkin Elmer Pyris Diamond

Thermogravimetric and differential thermal analyzer

(thermogravimetric/differential  thermal

analysis, TGDTA) Perkin Elmer Pyris Diamond Thermogravimetric and
differential thermal analyzer  Perkin Elmer  Pyris Diamond (34

8
2

34

analyzer

02
' 950

Perkin Elmer Pyris Diamond thermogravimetric and differential thermal
Perkin Elmer pyris Diamond
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333 Fourier transform
infrared spectroscopy (FTIR)

Fourier transform infrared
spectroscopy Perkin Elmer  Spectrum One (35
31

(wavenumber) 4400 - 400 ¢cm 1

35 Fourier transform infrared spectrometer  PerkinEmer
Spectrum One

334 Scanning Electron Microscope
(SEM)
(morphology) Scanning
electron  microscope  (SEM) JOL JMBAOLY ( 36)
0 (electron  gun)

20,000
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3.6 Scanning electron microscope SB\/D JEOL  JSMAL0LV

335 Surface area and porosity
analyzer

Surface area
and porosity analyzer ~ Micromeritics  ASAP 2020 ( 37)

-19 01
HICas, HTC-200, KHHTGS0  KHHTC-500(200)
150 1
HIC:30," HTCH00, HTC-650, KFHTCH00(350), KHHTC-500500)  KRHTG
500(650) 300 1
2
Brunauer-

Emmett-Teller (BET)

31]%7; 3.7 \A384 Surface area and porosity analyzer éﬁa Micromeritics iu ASAP 2020
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3.3.6 Temperature-
programmed desorption of C02(C02TPD)

Temperature-

programmed desorption of C02  Thermo Finnigan 1100 (  38)
temperature-programmed  desorption of C02 (C02TPD)
03

500 1
40
10

38  Temperature-programmed desorption of C02  Thermo Finnigan
1100

337 Hammett
[27]
(Hammett indlicator)
(neutral red, ( _=6.8)),
(bromcthymol  blue, ( =7.2)) (phenolphthalein, ( =98)),
24 (24-dinitroa iling, ( _=150) 4 (4-nitroaniling,
(_=184)) 5%

0.05 2

(Hammett titration method)
(titrant) (benzoic acid) 0.01

0.1
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34
| CSCOFME  ((RCUFAVE TWP

(silicone ail bath)

W 110 5
FAVE
(magnetic  stirrer) 39
130-170 ,
FAVETVP 35:19:1, FITGa&s,  HICCOy  KHHTCAM,
KHHTCS00(T), Ca(OH)2 CaO, NaCFl - NaOCF3 1-10%
, 500-1000 0-8
42
100%

1 1 o <
viedwnalulasiay —» e

LHUNINag
% o

3.9
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TMP FAME
I

Transesterification
100 %
) ( )
3.10 ,
35 !
(0es chromatograph)
(relative - solubility) (stationary phase)
(stationary phase) '
311 (injector) (column)
(heated oven) (cletector) (recorder  and

integrator)
(carrier ges)

(chromatogram)



Sample injector 41

=HeatCven

311

0.1
14-dioxane 155

0.1 (vial) 2 IVBTFA
100
vidl 1
(Clistd ) 30
100 1 4-dioxane
15

2

449 0.1 AFUYDINIDEI

\39979m728 15 111983 1,4-dioxane

v

%4 0.1 nfuesarsavaisly vial

v

Wy 100 Tulasans va9 MSTFA wavwwegiald

25 i

v
WWin 100 lulasans vasansanesnnsgu C11 std

v

USuusunmsaae 1,4-dioxane

3.12

(@  Agilent 7890 A

31

flame ionization detector (AD)
DBS-HT 15
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3.1

)

Conditions
Carrier gas (He) flow rate
Make up gas (\2) pressure
Hydrogen pressure (for AD
Detector temperature
Split ratio
Injection port temperature
Inject volume
Initial column temperature
Ramp rate
Final column temperature

Value
0.5 mUmin
39.59 mL/min
30 mUmin
300 °c

Off

250 °c

0.1 pL

45 ¢

10 c¢/min
2700 °c

10°C/min

Initial temperature 45°C,

270°C, Hold 2 min

3.13

GCl0

42
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43

(CCu )

Conditions Value
Carrier gas (He) flow rate 0.5 mU/min
Make up gas (D) pressure 39.59 mLmin
Hydrogen pressure (for AD) 30 mL7min
Detector temperature 310 °¢
Split ratio Off
Injection port temperature 250 °c
Inject volume 01 pL
Initial column temperature 65 °c
Ramp rate 10 c/min
Final column temperature 300 ¢

300 °C. Hold 3 min
10 °C/min

Initial temperature 65 C,

3.14

CL12C4



	บทที่ 3 วิธีดำเนินการวิจัย
	3.1 สารเคมีที่ใช้
	3.2 ขั้นตอนการสังเคราะห์ตัวเร่งตัวเร่งปฏิกิริยาวิวิธพันธุ์
	3.3 เครื่องมือและเทคนิคที่ใช้ในการวิเคราะห์สมบัติของตัวเร่งปฏิกิริยาวิวิธพันธุ์
	3.4 การสังเคราะห์นํ้ามันหล่อลื่นชนิดพอลิออลเอสเทอร์ผ่านทรานส์เอสเทอริฟิเคชัน
	3.5 การวิเคราะห์น้ำมันหล่อลื่นชนิดพอลิออลเอสเทอร์ด้วยเทคนิคแก๊สโครมาโตกราฟี


