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## 5172469023 : MAJOR CHEMICAL TECHNOLOGY
KEYWORDS : CALCIUM OXIDE / SHELL / DISSOLUTION-PRECIPITATION /
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SIYADA JAIYEN: PREPARATION OF HETEROGENEOUS BASE CATALYSTS
FROM  SHELL FOR TRANSESTERIFICATION. THESIS ADVISOR:
ASSIST.PROF.CHAWALIT NGAMCHARUSSRIVICHAI, Ph.D, 92 pp.

The present thesis investigated preparation of heterogeneous base catalysts
from shell for transesterification of palm oil with methanol. The catalysts were
prepared by dissolution-precipitation method. Typically, shell was previously calcined
400-800 “C after which it was mixed with Zn(NO,), solution and Al,O, under acidic
conditions. The catalysts were attained after the calcination at 300-900 °C for 2 h.
Effects of the catalysts preparation, including method composition, calcination
temperature for shell, calcination temperature for catalysts, pH of synthesis of slurry
mixture and step for adding catalyst ingredients, were investigated. The
physicochemical properties of the catalysts were studied by using X-ray fluorescence
spectroscopy (XRF), powder X-ray diffraction (XRD), Fourier transform infrared
spectroscopy (FTIR), thermogravimetric/differential thermal analysis (TG/DTA),
scanning electron microscopy (SEM), temperature-programmed desorption of CO,
(CO,-TPD) and CO,- pulse chemisorption analysis. The suitable optimum conditions
for preparing the catalysts are the amount of zinc oxide of 30 wt.% relative to alumina
weight, adjust the pH of Zn(NO,), solution of 1, calcination temperature for shell of
600°C and calcination temperature for catalyst of 500 °C. The catalyst attained gave
the highest methyl ester yield of 99 wt.% at the methanol/oil molar ratio of 30, amount
of catalyst of 10 wt.%, reaction temperature of 60°C, reaction time of 3 h. The catalyst

can be reused at least 5 times, giving the methyl ester yield of 96 wt.%
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2.3 lulamda (Biodiesel) [3]
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Alcohol Water I

J' Dryer —
Biodiesel

Ester

Triglyceride
[

Stirred Tank
Alcohol
Alcohol + Catalyst Reactor Wash

—_— Water

WTer

Glycerol

I— Crude

Glycerol

519 2.4 uapssaetwnszuaunaan luTeAmanuLwu A [5]

1 1 v
= a o

angd# 2.4 Fuusninduazgnilewdietesdneal mandaesaiselfazena

1
o

azate luiuniuaa nalfiniaznisnauagnedalilae Tugausnfaadnisnauasineiana
dl 9/%/ % o/ 1 aaa 6 v o dl 1 U aaa

e b LN uazuaanegaduaN N Iumm:wmammmﬂgmm AN
Wid1ae inaldinaltasaaniinlunanfiaanainuansusiudulsdng wazannig

Nedfsenfeundy feaaznialaauresdjiseneg 85 19 94 eRugaijisanamyn

a q
v

naw TuunenszuaunsaRsinein azgnin liue nduniiateamesuaznaiaseanis lu
< a - Yo & Y o . ) =
wizaatignsad uaruenszuaunisldduneresnanidndenansneinn (settling vessel) vise
ueInfaeLAsealumaen (centrifuge) LAANAAAAYNUANAANAINTUNALTAIAALATTULNTIALOA
weslae lfATaesvie (evaporator) vidavdaeunad (flash unit) annturuiaegdina sl
unansfaansn a19faetngu AIudasansazannInRea L Nan AN UAALAZINAST

o

wiaaag wazin i ﬁqﬂmamﬁmwﬂ,mﬁm@mm@%@;mﬁwﬁiéﬁﬂ@jmﬁu AMUNALTAIDAAL
gﬂv‘iﬂﬁlﬂuﬂmumzﬁwé’fmi’i’] mn&usimﬁwjmiwnﬁ sl guanuiesneld
nszusunsuLLAsduRen Tnefsruuuannaiteseaeenszwinetuneuiaaesdag ieiiis
Sazaznisanuliuinndi 95 "Lumquﬁm@Lﬁu@mugﬁmmﬂ@'ﬁ?mLL@xﬁm’]MuTmﬂTm
ATeNTLBAFETNT A a1 NIV agsend19 20 Wi Tewannan 1 Fala
andnezathsivessruuLLed Snsssenfldsruueiesfnsaluundana
siai3eriu (continuous stirred tank reactors: CSTR) ﬂ?mmmﬂum’?mﬂgjﬂ:‘mimﬂ%gﬂ

val 1 dl QI v a aaa v dl dl a &
’ﬂ’ﬂﬂLLUUIMN‘IJH’]@SLMQ_,ILW@LWNLQ@WLL@ZIMLﬂﬁ]ﬂ{]ﬂ?EIWi@N’]ﬂ LN’ﬂ’ﬂ’ﬂﬂ@qﬂLﬂﬁ"ﬂ\?ﬂ{]ﬂimuﬁ‘ﬂ

o ]

naesaaszgnuanesn uazuiduaziiudngirsesiineninaes Tnadnasimusaug

dfiseuazismueadnllua Galfisenaziinatneniia WWieaazniaaauuinnds

' 1 ' |
o K )

98 AndrAnyTunnseenuuusrLLLRTesLinend CSTR e nnsnaunanetnaindaie liaes
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A a . = . o | & X o o
nann e luaTeslnsaiiecAlsznaumiauiu 28191987 nTnuNaNTananilina e

. o R v X o avy ey X -
saanszangfadn I luduufaeamasisuinau nlidagldinaruiuaulunisuannalaa
2ARANANNHARN UTTINT14

N72UUNNTULILTZULIFID Lﬁ’ﬂ\? (continue process)

= o

Y dl a 6 1 dl
nazuaunisldiaseslneniuuuvialua (plug flow reactor) FeazinsuaniuaIN
= [~3 % Y dl a '8 d” 1 dl a o
wwsnnuiiesiantes n1sldinTesdnsaluuuiilussuusieiiias aziidaeszazioaniin
UfAsendutsznnns 6 D9 10 widl duiulaeiollaglderuuuunassdunan Inaddauuen
= 2’/ 1 dl a 6_:// [ dl o aaa dl a
WNUBALAYNATesRaT U EMINATeN U NIRIvaes (AagUR 2.5) uasinjianngnimg

LATANNALGIIY e NER T 10t jiseN
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}k Alcohol Ester

L L

Triglyceride

Alcohol + Catalyst| Heater | pjug Flow Reactor 1 ——|

TG/
Est
| Separator | =St¢f Plug Flow Reactor 2 |——

Glycerol L»

Glycerol

51 2.5 nszuaunisn@n lulemmauuusediasluezesJnsniuuy plug flow (5]

2.4.2 NITUIMUNITLRANDTNLATILAZNINUALDANBINLATI (esterification and

transesterification)

dl 1 aaa aQa o 4 ° 3| L4
Hasanlunssuauniadljisemaudieamesiindusoaiua snflusesacuny
Pununsnladudass ludngauunduldaindnfesay 2 delaavinlilazanlfivaadannd,

% o 2’/ dl Yo a = v Aa ] o
Foray 1 AtiulunszuaunisilddngausmaignuardiFununaladudasyge wu losdu

¥
o & ©°

And Unsunelude TeliFunninge lasudassiasay 2-30 alufesldunauniniannga

lasudaszanan

©

v
o

Tunszuaunail dunsniiunimiedimmeniAdurasnTuNT A Laanaaes taall

be

] v

neaflusaidalfisen selianldnsadanasn Iinandusfidueameiuazi Asannisi 2.3

faatenszuauniInndnladudass Mol jiseeamesniadu
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- || + H
R—C—OH R OH ’ R—C—O0—FR! 20 (2.3)

Frefaty cid Al ohol Fster Water

% |

Tneinld1ddndouinaluasesueanagadsatidugs Wumaafunstin1smi
naudieamesiiadulaeldsasaljisenatians ;U7 2.6) Ae Uszunns 20 sie 1 0 40 6o
1 uazanlun1andfisedsznnn 10 winaudadszunns 2 49lne luuenseuaunis
o | £ ¥ dl asa dgld %’ a é’ a o cY =
uusealinsatsunnmnn wesannludiseniiiuissudundniusidanes nsaas

u

sanFaiuineg fuaeanseslnenl inligude sl fisauazniadel Jisenanas
= o % 9; U :% o y dl % dl
asadlusecueniieaninanisssve nisdaeslviuen wranistlumies dnngnuenaan
Azifuresnanzatiiuaziuniues antuiuniaesaesiidunanesaeiua wazinli

% a & a ey ¥ ?.// d” 1 » A a L
witlmandeladuaziiiaeamnasnidandunauil anisadiudngirsesdnsnineud
wamesnadunldivadusiogelfisanlfias

Water Base

| J

High FFA oil
—_—
Acid Neutralization TG/Ester
Acid Reactor & Dryer
Alcohol Separation
—_—

l

Salt

51 2.6 nszuaunIindanen lesudass luingAunndu 5]

2.4.3 alasladauaziednasniadis (hydrolysis and esterification)

dgl @ as dl a = o a dld
ﬂixll"luﬂ’]ﬁ‘uLﬂuﬂ]ﬁﬂW‘EMu\is]Mﬂqﬁ‘N@ﬁliﬂi'ﬂﬁLeﬁ@@’]ﬂ"lﬁlqﬁﬁ.lﬁ"]ﬂ"]gﬂﬁ/]llﬂ?‘ll’]ﬂiﬂiﬂ
v a o dl %’ o A g’/ v :// o = 1 aaa
VL?JNLL@ZQ?ZQG WWI@EHW?LH@E%M’]MHW%MQMH‘VN‘MQJMLﬂuﬂiﬂiﬂNuLL@‘Zﬂ@Lsﬁ'ﬂﬁ"ﬂ@&l'ﬁuﬂ{]ﬂﬁ‘ﬁﬂ

latnslaga lunasninemiudadal §isen dsannisi 2.4
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(2.4)

Unfduneuiniluiasesdnsaluuulnasquniesaiiias (counter-current

]
a o ¥

continuous flow reactor) tneldnsadaiasnuaslaun (7 2.7) nandneinléidunssladu
o £ = o A = = PV STV ; >
UIgviarnaloesea aaedudy o Ananegludngaviiudiuluajardeduludu

q

nattesea wazundouaanuinfeniulauinazin nealaduisgnsazgnileudeies

dfnsnduuylvagsuniedniaTeanils ineieamesiiadusas sl jasansaseld

Diluted
sulfuric acid
solution

|

Counter Current
Flow Reactor

|

Fatty acid Sulfuric acid
in steam

High FFA
oil

v
o/ a o o

s 2.7 nslalnslatadngiuiniuniliunninsalaiugasyga (5]

q

nsuas lulenaalaanindaljiseesinesiiaduaesnsaladuidanssaensa 8
NYININILIUNGT 10 Tdq deliFasazua liuialaginasianngn 99 nsruiunisaAsl
PANNIFIMAGIUNITUUR9N 70 [T LA AT AN AT ANI TN MILNNIUBA TN ATUAN

Ufisenazgnueaneananuaninetlllusialnanisarane luamines duivluszuuiiu

2
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dl o Al a [ %’ o 1 1 aaa v a
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a
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o
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V. e | A d@l a aaa a
critical methanol conditions) unaiaannils Iuﬂ’]‘j‘@ﬂﬂqﬁ‘mmﬂgﬂﬁ‘ﬂ’]‘ﬂ’]\?Lﬂﬂ\‘lLL@ﬁL’]@’]ﬁlu

o o o

o ana aaa a s a N ¥ a %’ dld v Aa
nelfisen Uiiseninanugainielu 4 wn lddudngAuiidunineslaiudaszge
nanA U U TaRmALALNAIAIRAN LHRANNNTIZUAUNNTAZaNA asann ldanTudasldsaLd

UfAsen wazamnsnantoyunnndels etelein sdeslddnmdaulnauammniueasionny

'
a

49 (Usznnd 42 s 1) NITUIUNNIABNNITNGUNNHUAZAIINAUGS (U72N71D4 350 BIAN

Q u

ALTEA 43 LNNNEWIATA) NNITNYNIAINITNARRATNITUNFINEITBINTTLIUNTEB
a 1 Y
A UNN LAEI AN LEAEga

1%

N9l R9LsaUJATe139 89U (heterogeneous catalyst) THaluatszinniany

aan s (metal oxide) (37 2.8) Mazanglfdesluiuniues draanniaifindiseuane

fiiadu annstwtlenvesdadadljisen uazanduneunisdnslulenmald Usainlém

a = 1o ' -gljd ' £ ! o ' aaa o o
gouund 60 asA Ao a uidaLivlsziamiifiponudeslodeandndosel fisaeniug
\Hesanidaaninnistnaleunnasns (mass transfer limitation) a84luianalasnalasune
p

Wuaeedad Inainlladudeddgungivazdnmdaulne Tuamniuessetindugaan

Walildfeuarnisilasugeausdieanis nnsldaaninazatasan (co-solvent) a1 THF

¥
yalR 1

WANLEW ANN30 T 1N meu@@LL@xﬁQLiQHﬁﬁ?ﬂqm@mﬁuimmmu LAZTIEAANIZURY
o aaa v 1 (% | aaa aa o o A o o % ZJ/ =&
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LS,

Full MeOH evap

Biodiesel
R1 R2 0
L
Methanal
@ A
Glycerin Glycerin
T e
Vegetable oil | > 88% Glycerin
© - >0

gﬂ‘l’?‘i 2.8 N3¥UN"7 Esterfip-H @aWmunaulae Institut Francais du Pétrole (IFP) [6]

2.5 AALsel JnN5en (catalysts)
o 1 aaa A dl QI [ % [~3 aaa o U aaa % 1 [~3 d%
RENIRRERER m@mmem’]Lifmmﬂ{]mmmﬂuﬂgmmLm@zﬁu@@mmuim
dl o o/ 1 Y 1 aaa EZ a g 1 Z:/ a aaa
1/1muumﬂugﬂh@mqmaﬂuﬂ{]mm LLmqmwmmqﬂumwummmm@mmﬂgmm
1 Q} dl % 1 a o dl aaa -1’ v o % 1
LLmlumm:m@ﬂuﬂ@um@qlugﬂLmuummﬂwﬂgmmm@mm ANTNINIUARE A5
ﬂﬁﬁ?m%ﬁmmuﬂqm’éﬂqﬁuﬁ:mﬁﬁumaﬁqﬁu@ﬂmﬁ@mﬁwﬁm AALINLNTENaIN1eD
I a [ :I/ U a [ % v A
WA UZAN AU UANTRIF UL AR U LA 2 Uszian Aa

Al L‘Nﬂﬁﬁ?mmﬂﬁuﬁ (homogeneous catalysts)

fodatAzenne luanuzihaaiuanssssiuuasnaniuriisluaniuzuianie
1e9imad Aaideliseneniugia i asalfisedaan 1 neadaiain unaidas

%

lamsanlas a15Uszneaulans@un3e (organometallic compounds) NRAWNWIRATNBN
. o 1 aaa o & [l = [ :’, % R ay ad SNy o o

(unsaturated ligand) FiauaLiienaniugeas luanuzimeaiuanssas asdanan Ndedin
Tunstinelausaa (mass-transfer limitation) A Aaldmsnsan s Azege lun1aznisin
Upnsennliguuss wilideidenenisuandassliisaneananatssasiuuasng afnemalden

a v = a dl aaa aa ] |dl % ] aaa o '3
UnstlfesinsasiiuiNevg ALl isen Isnsdauluanld luntsuansaisadgnsenieniug
AR N1INAU NeaRRARAINazate N9ANAEUN wanantunisndasal izenauNa e

Tuslvinldiann uazliangnisldanuaesdasaljisandu
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L3911 9811398WUE (heterogeneous catalysts)

ﬁqLéqﬂﬁﬁ?mﬁ@giluzﬁmummnﬁm@fmmiﬁ%ﬂﬁuu@mﬁmﬁmsﬁ vt sisarlgase i
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THanapfiuarndsanu antBunneesdeainnazuaunig anunsatidasefisenausn gl
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a
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dffsenddsiuguazniesildluntsimaudieawmesiinduresinduie Auciidease

o

a9 o o X
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usENA) dvenaiiiesunannnisgaduatneudeuss (strong adsorption) wesluiana
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aanlad (K,CO/MgO) uaziwunaiianmifusiunuudasesiuezqiilanoanlssd
(K,CO,/ALO,) MINA1AL aeinelafin CaOMgO danieljisandaupeanzalfAzeuane
fifpdu (sponification reaction) Ml laFunmuannn Asdalsmmnzandmiunisuin 14
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2.6 fiaLg9l JFeNT38WUS (heterogeneous catalysts)
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2.7 MsLATENALLSIU)NFENII8WUE (heterogeneous catalyst preparation) [15-17]
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A8ANLNINLUTY (impregnation)
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ANRA (equilibrium adsorption)
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® High-shear mixing
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Paste preparation:

Forming:

Finishing:

Powder

Liquid

—

Dry mixing

—_— |

Wet mixing

High-shear

mixing

Degassing

Extrusion

Extrudate

handling

Cutting

Drying

Thermal

processing

—» Gas

Extrudate

» Cutextrudate

Vapour

> Dried extrudate

—» Binder

""""" »  Fried extrudate
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A19199 2.3 3UF193e9aLelfiEeN [23]

11910959139l N3eN 1A Lﬂ%qﬂﬁmai
Microspheres d =20-100 pm Fluid bed reactor, slurry reactor
Spheres d=1-10 mm Fluid bed reactor, moving bed reactor
Granules d=1-20 mm Fluid bed reactor
Beads d=1-5mm Fluid bed reactor
Pellets d=3-15mm Fluid bed reactor

h=3-15mm
Extrudates d=1-50 mm Fluid bed reactor
[ =3-30 mm
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WULNAN (microspheres)
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(shurry or solution)
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Cyclone dust
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51171 2.12 1704 Spray-drying [17]
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'
Aaa

wulaluunassssnad e Inlalus Sudy uazludaldnm 1wu nezaasilanniin Waanvay

dlusu whadsuaanlasd NnangaatafaanisauaInLAadaNAITUaiLn (CaCo,) i

a : = 2 Y ve \ ' | A
'ﬂqm‘ﬁaﬂﬂf]ﬂﬂqq 850 avALTEALTE A @Qiﬂﬁ"ﬂﬂqqﬂﬂul’Q@ﬂqﬁLLW3ﬁ@’]ﬂ ELuﬁ"Nﬁ@’]ﬂﬂVINqUNW
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X a a dl [ k73 = & G| o ] aaa aa & o
ANUNANNITINNTNLTLNT LLWZ\]Lsﬁﬁl&l@@ﬂi"ﬁﬂLﬂ“LWICJLﬁ‘\iﬂgﬂi‘ﬂqﬁ]WNWLﬂu’Qﬁu')uN’m

dJ % 1 o/ o/ 1 dgj
Feazaasnsnatranadalsasalili

Barnerjee wazmnie [24] Anniminlalnsinislatavesnanaasauiiu (coal) wazeane
mot (bitumen) lwAzesdnsniuuuuund tne’ld Cao, Fe,0, uaz NiMo/ALO, Liusai
Uffsen neldrnnsulalagian 3.4 wnziaana Hguung 500-540 aaALEALTEA NalA

10t dunnaulANgUURAINGN 523 esAaadaainiu 55 e ld Cao, Fe,O, 1y

! v
A

faudaLlisen wsiilald NiMo/AlLO, ludadalfisen wudnlifesaznaldaesinduinau
Tiwinri 68

Jain uazmne [25] Anwaniswsandoeljisananaiugaiialuad Inanistnan CaO uu

1
¥ = a

A (fly ash)*ﬁlmumﬂmmmugu 900 avAIALEaA whatidsaljisemaaeuLizen
Knoevenagel condensation 18415 lasiaziafia ltanTuezdinm wudnnisudlasdudy
(E)-a-cyanocinnamate 87% LL@tﬁ’JL‘ix‘lﬂﬁﬁ?‘&l’12@’]34’1?5111’1%’11%15’&’]%ﬂ%:/\i TAnN17819
Foensdlnnudainliond 110 asAaa@aa Wiunan 2 92lu udsansusianLLag 700

asAEaLEea 1nan 2 dalua

2.10 SIUIRLNLN WD

Bournay wazmnse [26] Anmnisuan tuledigaidanimiadine ldmalulagin1sisauwuy

o &

RRERIISSS iuﬂi:uquﬂﬁimamﬂ@:ﬂ@uéw’fmm?mﬂﬁmmﬁmuLumﬁq (fixed bed reactor)

A % | aaa I3 a & a a XK a %
2 e neluussadasaljisenlanzesnlofuanvesdiiuazazgiitan Teilasaig
wuualihua (spinel) Igungiuazdnadouiun1ueasatndugIndINszLaUNIISULIL

eniugialy szudnariesdjnsalivaealin1ss it i uea NN UNARATLEN

1%

a A - - Y o % )y a o
NALIATANRAN LW@LWN?@H@xﬂf]?Lﬂ@ﬂucﬂﬂﬂquu Tﬂﬂwuqq?@ﬂﬂxmﬂimﬂlﬂqLNVI@L@@LVI@?

ANgaNaL 100 uardFeazANUTgNsIa9NaLaImefNINNgn 99 nseuaunsilu
o ¥ ¥

=X 1l o = a K
WUABAUNITAN miumm LABILNA
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Cho WaTARY [27] AN®INATBY Ca precursor WA WAALTENAIFUALURA LAALTLN LT

d P - =~ a4' = o 1

WA waadeNluae waadanlansenlad wazupa@anaandgian HlElun1msLNF9L
Ujfisan Ca0 Aaznisuiien precursor wailiinangmuugRlugag 500 - 900 297
s 1unan 2 faluae Tluussanniduewialuingan nudn Cao Aldannnigiun

waardenlansantasi 600 — 800 asANTALEHA AT HUTHIMANUNUSILANINTNGALAE
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annsnidanaudieanasiiadurestansiolniuligean wenanniinunisigaeanaes
= 1 | aaa %
LTI CE e L N R FES TR ELRT G
Kouzu warAmiy [28] Anmiasindeslavesdaqliisewaadaneantas (Cao)
wWFeuauiuaislssnauuweaifanaiinau 1aun upadaulansenlss (Ca(OH),) uay
d - ana aa o I = =
wAAEENATFLIBIWA (CaCO,) Tulfisamaudieamesilindurainiuiamaes uazAne
dl % 1 aaa dl o/ % [ % 1 Y v
nalnnisidenaninaessiaseljisen Cao Wedudaiuainia Inawudn Cao Wnaldaas
Faraziniiaieamasgens 93 lunanies 1 49Tu9 a0uziinnsld Ca(OH) L us 3l isen
Faalda1uIung 3.5 dolug iialidlaualiueduiaedinasiviniy e Ca0 dutiany
arnauLazAffueulaeen i luania aziiadjisen lawmstuuaz A fueiudy nuandu
Aanaliina lF1a NN ala I NaTANAY TIRAAARAINLAIINLIILUA LAY LS NI DL UR DY
= =
ansilsznauueaiden Tng CaO HAH SN UIALAZANNLINLLIAZIEA
=3 a = aaa aa o
Kouzu uazAtuz [29] Anmnisuan lulenisaandjisensudieamesiinduaed
WARUNTULNAR AL AN Imﬂ%ﬁugumﬂﬁﬁmqﬁLﬂuﬁqLéqﬂﬁ’ﬁ?mﬁmuﬂmmﬁ@mmﬁ
900 A9ANIALEA NTTUIUNNTNAANI IR NAN TN UL BaaNnenIda1lne3N1me 0.50
Tudanquudaninistlendnlilwasesdjnsainussqdadal jisendaeadns 50 adansse
wmiuscuunyuiiey Nguund 100 asAradad N1aldAuAuLIIaInIA Wudn
b % v a & dl o aaa aI/ dl -11’ I a
IFFesazunlfeuniiaieamas 60 Werindfisenly 2 4alus Gentmeaasiinudninnag
o \ a - A = o aaa o = a = =
gaiurewiadjnand wesannameseandjiseiuuaadenisduseadenlanaiese
lg6  (calcium diglyceroxide) waztinnissaniiunguiau deudilgyuiillaanisld
mi"u@uﬁuﬁuﬁm’]ﬂﬂsﬁqmluﬂqimmwﬁqmmﬁmémgﬁﬁ?m LAZNINITNNDRTA1u TR
13uamsrasunTuiuEniuaaniu 0.78 nudnlddesarualauasuiaegmadiily 96.5
AN 2 TN
=3 o 1 dl 1 o ] aaa =
Granados wazAn [30] AnHnnsngazediiuuiaideslaansaiial e uwaaies
aanlasn M lunsudiedmaniadu Inedipaszsiliuinuuesuaaidanlaaaunazaigaanud
% [ | o o ' 1 o = rdl
Fnen129aAIN131N AN Tun1maaasninisdnanisin i NresuealTaNean AN U
TUURINANIAINALEDTDA-LNNIUES LA ILTAATA-NALTATAA-LNNIUDA ANINNITAZALUDS
upatdeNaan b lan1uaatAn 0.6 NAANSU/AARANT N1TATANEUBILAR LT NI N UL
. A = P d - ja =
AH19NINHNA NN THANN AR T I ULNNUAA LadanLAaLTaNaan kbm At wuan1wLlu

= a R ' = - o 1 |aaa
LLﬁ@Lsﬁﬂmimﬂ@Lsﬁﬂ?ﬂiﬂ@ eﬂﬂﬂﬂﬂqWﬂqﬁ‘@t@f]ﬂg\ﬁﬂquLﬁ@Leﬂﬂﬂﬂﬂﬂisﬁmﬂf]ﬂ MQL?\?ﬂgﬂﬁ‘ﬂ’]
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¥

wraiBaneanlafaiunsninnduunvalldvnansafedBunmesunaidauean o fild
ynndndesay 1 WausLTuineningu

Ngamcharussrivichai agAUy [31] ﬁﬂmmiﬁf]ﬂﬁﬁ?mmmﬁmmm@??\lLmeﬁ”umm
Pnshunda g Tﬂﬂﬁl"gﬁﬁ’)Liﬁﬂﬁﬁ?ﬂﬂﬂﬂﬂimﬁmmwﬂﬂﬂLLﬂ'Z\lL%EINLL@Z%WW]ILM?HNIMEI?J%T]’]‘I

ANMZNBUIIN (co-precipitation) wudInIsinAdulansnandIuangUun N lUN1TLNIADLI

De

Ufisenld dadaljisenaliniilifenazualdresuiianamaigeds 94 uazainnsnan

gouinilunamnAaEaLfATEae uanantunudnisiuan naessiage Uijnsenlae

q a

¥ ¥

N19A9ANEANTA AN ANTD NN UR LA suaN I lansan lms A Nd Nt 5 Tuans
[~ add‘dd‘ 1 [ o a = rdl A o | aaa 7 o £% 1 aaa a
(Huisnangadosindnasgunatninaeuuuiaseljisen ldun valdnnsseljisena
LHULAN
. =3 a a o 1 aaa "
Rubio-Caballero uazansy [32] Anwnisuanlulanias tnesaselisanesnladuas
rasunaideneanlas iaduuaaienddian (Cazn,(OH),.2H,0) \lusaseljisend
= =< - = - a & -
ANLaD sl ua N ATaLmIaNaInwAalde N lansanlas wazdesaanlas Tua1saTANe
Twunadenlansenlad uaziaunisidagaljizenn 400 esaaaidaa Wiesaznals
2RUNNALRANETHINGT 90 Tdfiaan 2 Falus
. =3 aa % %’ o 1 aa ¥
Zieba uazAnse [33] Anwmaudieamesniaduaasinduazisuasinsesinu Tneld
il Asendedlansandluinge (Zn,(OH),(NO,),2H,0) HINILUINgUUNHA 105-300
ANANLTALTYA ANNKNANITAILATIHAN Mz aNITAene FTIIR  Way XRD Wiq1

Zn,(OH),(NO,),.2H,0 az@angFanangLily Zno ﬁ@qmugﬁ 170 @9 TATeA 13T nINenIg

'
= a

aanasnaziiaiuaissionan As Zn,(OH)4(NO,), ngadunnd 80-120 BANIATEA UAY

3

a

Zn,(OH),(NO,), N9uugndl 120-140 avAaaliiss uaziietin inaaaulunsudieamaes

q a

PP

Wiadu Wud1 Zn,(OH),(NO,),2H,0 axisnidalasenldangn uiilatinndunaldlud

8 3

=S

1 a dl d‘z’ % %
wudianiadananin aauan ninanisdesnsmnuesuaiaass lalnsyuan
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3.1 gdluuunisAnm

& A

NuATEHANEuasRmwIAsl Jise 33 sRufaiaiuaainilaanuesdniv
naudieamesiiadurestiiulduuaziiniuea luesestgnsniuuuuund (batch) uaz
=] o d? o ] aaa dl [~ a o ] aaa dl 9t dl
Ann1sendugtlsiasalgnzen weduuuannslunisuansasad)nseine i luiases
Ufjnanduuuuunila (fixed bed reactor) duiunisnanlulesima luszdugnaiwnssusiely

3.2 #15LARN Ll UNISNARDY

3.2.1 grsiadnldlumsindanmaisal fizen
1. wlaenuen ldfunisemaziainissn nalalalusd ain dsudnganugs
!
2. avgiflunasnlas (ALO,, 95%): Ajax Finechem
3. Gefluwmen (Zn(NO,),6H,0, 99.8%) : Ajax Finechem
4. nanlusan (HNO, 50-70%) :JT. Baker
3.2.2 maiafinlflunsimaudiasinasiiady
1. ﬁﬁﬁuﬂ’]ﬁuﬁ&immiﬂgu (refined bleached deodorized palm oil) l&5u
AYINELYATIERANLITHY ﬁg‘um@mmumwﬁﬁﬁumﬁu AT (NATU)
2. Wn1uea (CH,0H, 99.5%, commercial grade)

3. Tmpusdamn (Na,S0,, 99%) : Riedel-deHaén

3.2.3 15LANN M L UNN5ILASIZRLNAALAHLNDS

1. Methyl heptadecanoate (C,;H.,0,, 99.5%) : Fluka

18" '36

2. wasHaawElinu (n-C.H., 99.8%) : Fisher Scientific

76’



3.3 irsasiauazalnsainldlunisnaaas

3.3.1 iasasiaazalnsunldlunismasannaisal fisen

4 A oal A o 1 |aaa o
Lﬂﬁ‘@\ﬁ\l@LL@z@qﬂﬂﬁ‘mmlﬂuﬂf]UQ@ﬂ@’]ﬁ?ULﬁ]ﬁ‘ﬂllMQL?\?ﬂ{]ﬂﬁ‘ﬂqﬂﬁ‘zﬂ@Uﬂﬂ]ﬂ

1.

2.

dnnasauim 100 way 250 NAdAMNT
a1ungziiie (crucible)
WYNLAANIUANT
r;?j@ui%lﬁq (oven)
A o =
LATANAANLET (pH meter)
WALRNBUNONGS (muffle furnace)
In1annAINTY (desiccator)
dl o é’ (% 1 aaa [ Q} v ag/ ] A
\ATRetnTUTLANTIU TN waAAegLn 3.1 Usenauma 4 Tudiu Ae 1)

Uyiedm 2) nazuandn 3) v le 4) winudaantnlaiunsTUansm

51 3.1 gunsnidnaugsneliisen (n) iATesdnaugt (1) Tudeueaseddntug

3.3.2 iAsasiiauazalnsainldlunisimsudiasinasniaduy

1.

2.

3.

wsaadauarginsailddmiunisimaudieamesiindullsenassoan

% a aa
AIANUNANTWIA 100 HANAAT

ABULALLEAS (condenser)

WaslNELmes (thermometer)

37
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4. ENALANYUNNN (water bath)
5. LATENNI% (stirrer) WAZUINULNIMANNIU (magnetic bar)
6. Lﬂ?m?xmmmuugu (rotary evaporator)

7. Areetluunes (centrifuge)
= o i a d av . > 1 aaa
3.3.3 1ATRINAN M lUN5IATITRA N AN AYRIRaL59 [ T5eN

1. wsadndistigaaisamudailninsfimes (X-ray fluorescence
spectrometer : XRF)
o o 92 ae Ha , 4 d
LATe9 XRF N43Aeiluanudseilidlu $1 PE 2400 999 Siemens @9Lps89 XRF
duiezasdienldlunisnsinnliunusinesdlsznauluaisdaetng Iaaldnisdn
Ysunnuiadidndistigaaisaiaud (X-ray fluorescence) NiaasaanunainsnsedRlsznay

a

wiazainluatsineteifiegu (gU7 3.2) 1esanfsddndiguni (primary X-ray photon)

a

< 6

anuaenaiNadndwadnauanssiaedng unalididnaseusslugn (K-shell) 193aznax
nglugnssnatamgnaanaineznenlugluesiningidnnsen (photoelectron) M1 l#Lfin
| ' é’ a ?:/ a =X 17 dl 1 ! [ 1 % ://
18991971 TUNAEN TR UTU BLANATEUIIUBNANL NN UNTBIT19FINA1INFRNT
Uaeainmen (photon) sanuidedsingnieniiiaundn “Wgeeaisamud” (fluorescence)
dl dl { ] a -i’ = dl o

iasanTnmeungnidaeseaninaina1fs1enia luTuau aslANNE1IAALLATNATIY

e 4 X . Y Yoo X
AN AT photon ttlaseaninauegfuTunmeessnduluansiu) deyail

ReaHNIRTNIALATITINTNN 89878 uazeResAlsyneuluaisdaetinels

gﬂﬁ 3.2 .nAllA X-ray fluorescence spectrometry (XRF)
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2. saaanduaianunsniniines (X-ray diffractometer: XRD)

<

[~]

.4 §14 D8 Discover 284 Bruker Tnel

a o

LA7A9 XRD N MaLATILIAIUINUASE

=De

a & G

dl | dl A Q} o o a o dl dl
bATRN XRD Lﬂumﬁ"ﬂ\iﬂ'ﬂﬂ'ﬂ'}ﬂﬁlﬁ@ﬂﬂqﬁ‘?}@\iﬂqiﬁlﬂiﬂﬂL@ﬂsﬁVWlﬁ"TLIﬂﬂ’]ﬂﬂq’lﬂ@uiﬂﬂizmﬂ_l@ﬂ

1 v
A 9 o a o ]

Uu?xuqﬂmaﬂmﬂﬂﬂq?ﬁ')@ﬁh\j ﬂqﬁ'LaElQL‘].lu@zlﬁm%uw\l@L@uﬁ/]’mﬂf]ﬁiau".ﬂ@ﬂ?ﬂ@wqa@\?Eslf]\iﬁ/u
@ o ' 41' A o a o o 2 & ;
Lﬂumuﬂum’mmm’mmfmmu Lmﬂiﬁﬂﬁ‘lﬂﬂﬁ'zmumql‘!ﬂ 9 NUTTUTLABINANTDIN TS SN
1 1 o [~3 a o a t2 o 1 [ % o dl
TEUAINTLUULNINL d ﬂ@xLﬂﬂ?Q@@xmﬂuVﬂHN“ﬂuqmWnﬂlll!llﬁ]ﬂﬂﬁ‘xﬁ/]u (9) mﬂLL@mﬂi‘ugﬂVI

3.3

1% 3.3 waila X-ray diffraction (XRD)
~ X o o
Reul189n17laeLN18959E Ae
AB + BC = nA
w  AB=BC=dsin0
AN dsin@ =nA (3.1)
ANN179 3.1 Fundn “Bragg’s Equation” iludeulanisidadiuueesied

8 FTULVNIEUINILUI, 894M99N (interplanar spacing, A)

o))

118 d
A

0 fe  yusnnIzMuwesRAEndiuszwIL (angle between the lattice plane

8 AMNYIIARL, BIaRTAN (wavelength, A)

o))S

and X-Ray, degree)

n A9 [UIULAY

' A

dl dld v ' o o Y a

Lu@ﬁ@qﬂ@’]iﬂixﬂ’ﬂﬂLL@xﬁ'\LﬂWNZ\VJuNZ\]N ralageas1emenuy azi liinanig
dg/ v a & e‘d‘ dld ] [ v dl Yo R 1 a
L’Z\]EI"JL‘].I“LA‘?J@QN@L@ﬂ%V]HNVIN@\?ﬂWM'}\?ﬂu °Il@NﬂZ\W]iﬂ‘J"LI’N@WNW?GU\?U@T]%U@"II@Q@W??Jﬁ‘:ﬁﬂ'm_l
S o ° Y = = 4 o o =
VIN@%IU@W?MQ@H'NLLﬂzﬁ’]NWiﬂuWNWIﬁ AnE9easifaanaqiulATNaFIaNANTa9ANg

fiaeeinariy o 16
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3.1AT9IAINZHIT9ANNFRY (Thermal analyzer)
1383 Thermal analyzer 7114 lun159tAs i e U348t §u Pyris Diamond 284

Perkin Elmer uansiagil #1 3.4 lneldmatiawmasluunsiwsan/anmasuduamesieneuwats

'
=] a o

(Thermogravimetric/differential thermal analysis : TG/DTA) @ fJLﬂi’l:Mﬂ’]i@ﬂgLﬁﬂﬁ’mﬁﬂ

A vyve y « ¥ o T B o | a
LN@iﬁ‘J“UﬂQWN?@uLL@Z’Jﬁuqﬁuﬂ‘ﬂﬂﬂ@’]ﬁ‘mfﬂﬂ’mLN@NﬂWiLﬂ@ﬂuLLﬂ@QﬂﬂmQQ'ﬂqmuQN bATRN

a

dsznausag w0 (furnace) NRTsuNsNALANAUNYH (temperature programmer) WAz

a

= olx 9; o % dl 9 dl % ) a s
Nrzuunisdednuindtunlsenay snwfauu@wimfmmwmmummmmiﬂqmmwmi

Wasuutlasesanssinanainagey Wi guun)RnIsaaIeen

g‘l]‘l?i 3.4 \A789 Thermal analyzer g’u Pyris Diamond 284 Perkin Elmer

4. \P3R9ALAINZINNIARAGULTAT (chemisorptions analyzer)

'e (%

gnzinisgaduidaailuewideiidy §u AutoChem Il 2920 983

D)

y
LATDY
Micromeritics AlAmARasiin Thermal conductivity detector (TCD) meﬁﬂgﬂﬁ 3.5 tagl
Tdieridunisaraasuaulaaenladuuulilsunsugannd (temperature-programmed
desorption of CO,) Tnaagld CO, \unsnazllgadunsunisiuanessiogeljizan i
dl val o -31/ o o 9; '8 s 1 % 2]
an1sildnaatl Andanantinaza1fueulaeantaseanneu Ine pretreat Analsufa
815N (50 mL/min) 1 300 asAaaLdea 1wnan 1 §aTue 1asaIniuanguuniasniy
100 @9AIALEEE WAaTNIN1T flow widA1suanlaaanlamiluman 1 49lue (10 mL/min)
£ £ =) = v o o 'S e—dl a
wazlimnauia 800 avA@aldag WAain1sdanisataatsuanlaaanlasnguugd
AN
nsgadudsiaiifludosesanfuaulasenlas (CO,-pulse chemisorption) 1l

¥

a d@l dl o ' o ' aaa dl a dl =
mﬂuwu\m%mﬂ?mmmwmLumqmmmL'a\iﬂgmmmqmugumm 120 RNANLTEALTER

De

v
o o o o

dl vy 9 '3 ! Y
AU FATE FX[oKTN ﬂ’\@@W"JﬂlﬂLL@tﬂW?Uﬂuiﬂﬂﬂﬂ1ﬂ®ﬂ@ﬂﬂ@u Tag pretreat nelsuia
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815N (50 mU/min) 1 300 asAtaaLdea 1wnoan 1 49Tue 1asaIniuanguuniasniy
120 A9ANTALTLA LAaZNINT flow whgAFuaulaeanlas (10 mL/min) Wludaaunssia

fadafisengadunfuaulaeenlafaudusi

g‘l]‘l?i 3.5 LATY Chemisorption analyzer ;;'u AutoChem 11 2920 129 Micromeritics

5. iAresaunuisaiannrenlulnsalal (Scanning electron microscope: SEM)
1A3e3 SEM Nldlunnsainsnziiluanuddaiiiugu JSM-5800 LV 9849 JEOL 1ATaq

SEM \fluipzasiien ldaiAsnzidugnu (morphology) uazanIAweesiadaljisen udnnis

° o

111974299 SEM uanddegiil 3.6 Buannisdaessididnnseutlgugiainuiasniuiin

a

A1dnm3au (electron gun) tnalfiaududmvanindia (electromagnetic lens) IiagdidnAsaL

(39

o 1

dulinnnsenuiiontvesanssostng inWBianaseuLesansfaet WITeBLaNATaUY AL
wigaaanun udnasfiauliliaesessumnaianneu rsasdudtynruazdudnyyinanld

[

% 4 g dl ]
uanzeng liunnau iedenauazutsnaduninaanun

electron gun

electron beam

condenser lenses

objective lenses

detector

secondary electron
sample

gﬂﬁ 3.6 .AllA Scanning electron microscopy (SEM)
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6. Lﬂ?@wﬁmﬁmﬁmmfm aunsnsmailninaiimes (Fourier Transform
Infrared Spectrometer: FTIR)
pives FTIR fldAnsmeiluauideiidu U Spectrum One 284 Perkin Elmer
ﬁummﬂugﬂﬁ' 3.7 Lﬂum?mﬁﬁl%mﬁﬂﬂf]iﬁumﬂa@:mm’}@mﬂ'mm@xmumﬂiuiuL@q@ﬁ

o [ ] o aa dl a dgj 1 oo o 1 2
FLAUNAINU U1 TIRBUNIIA T ﬂuﬂu@’m%‘ﬂu@ﬂﬁﬁﬂﬁ\?ﬂ‘ﬁu‘ﬂﬂﬁ@’]ﬁ‘ﬁ]@’ﬂﬁl’]\ﬂﬂ

gﬂﬁ 3.7 wige Fourier Transform Infrared Spectrometer ;;'u Spectrum One 18N Perkin Elmer

334 LATAINANEILATIZRILNNALARLNDS
n199LAT Iz TN AR a e TluNans Tl iaTasuialasun Inaneaw
A

(Gas chromatograph) §4 GC-14 B SPL 983 Shimudzu NlAmAGes1ia FID wanssegii

3.8 Tna'ldnadnuiuuy capillary §1s DB-Wax N1z ldlunnsinanziagy15lunnsen 3.1

51/% 3.8 iAzasuialasnninng vl $1 GC-14 B SPL 994 Shimudzy
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AN5199 3.1 Mazeradldalasun N lunNM eI s i BN AR AN E T N AR DT

Condition Value
Carrier gas (He) flow rate 1.5 mL/min
Make up gas (He) pressure 25 kPa
Air pressure (for FID) 300 kPa
Detector temperature (FID) 250°C
Split ratio 1:20
Injection part temperature 250 °C
Injection volume TuL
Column initial temperature 180 °C
Ramp rate 10 °C/min
Column final temperature 200 °C

nsaAm s Aalednesi3sdiu1muldas external standard method Taald
methyl heptadecanoate (C,,H,,0, 99.5%,Fluka) \fluansuinsguuazliuasueaiailinu

18" '36

(n-C,H,, 99.8%, Fisher Scientific) ilusnfinazane nudaaiAsziunmsgIu EN 14103

335 iAsasienldiiaszimnilEanuaywugnaitalsa

nMsnszimL ey A lsdlundadnsidintewutalasninnem fu
7890A 294 Agilent Technologies AfiAmALAaafia FID NMazfildlunisiinsziuandly
P9 3.2

nsmsimenuinae s luduinfialeamesl493 internal standard method
Tneild methyl heptadecanoate luansnimsgaulunisuitEninuniaeaines nuas

-8

ATILUNINTFIU EN 14105 uazld tricapin luansuinsgiulunismndinnueyiug

3

navialssuazld n-heptane Wufnnazans
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A15199 3.2 naztaraiAalasunmasnlunisaiassiindsunnuluTunamales lanatde

196 wazlnsnaialam luNAan T

Condition Value
Carrier gas (He) flow rate 1.5 mL/min
Make up gas (He) pressure 28 kPa
Hydrogen pressure (for FID) 30 kPa
Air pressure (for FID) 300 kPa
Detector temperature (FID) 380°C
Split ratio Off
Injection part temperature 380 °C
Inject volume 0.1 pL
Column initial temperature 50 °C
Column temperature 370°C

3.4 AUABUNITAILRUNITNARDY

3.4.1

TURAUNITLATENAILTIUGNTE T IEn15aEa8-N1TANAENAY

(dissolution-precipitation methode)
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51 3.9 TunaunawTaNAsLTREN Zn(NO,),/shellX+A10, AaeREn1sazant — 13

ANANAU (dissolution-precipitation method)
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NANISNARDILATANUSILNANITNARDY
4.1 msdnddanueaillusnsal jisenlunsudiasinasdliadu

4.1.1 ATATZANHE AN Rvadaanuas)

wasnuasniun i lusnudsatidunlaennesfenunszuaunissialign wazinly
v v A e o o = - v 1 |aaa P ° a4'
NIRRT Astiuneuri aenvesnnld luniswEansasal §isen Aadiaend i
% o a 6 o aa A 1 [ % :// v o K o A a s
FastinundiaseidnsuzaniRresaanvesnean Aeiugiquasinlaenueandia sz
Anwnszanifssiellil A nsdirazioinesdlseneuveslaanvessamatiaidndised
Wganatsaludailningiues (XRF) n19diaszinisaanasafaanauieulaldinaile
Thermogravimetric/differential thermal analysis (TG/DTA) ANsANE lATaaF1aRANARS
WATANNTALLLILSABNT (XRD) fAaaznandsasalilil
ANAN39N 4.1 Lanateanlsznataataan o il aannasnuinun 19 lun1sa4e
1 A v = [~ & [ a A a A
nuddaanvesdsenaunigwpatdgniiuasAdsenat uantasiUTu g unidime
PR aa ~ & v = ' d a4' - & a
azgiitan uasEann Wavdandas dsainduasidaninululaanvesaziiluunaide

AfuaLUR (CaCO,) it lulalalus (dolomite) vi5e fiuilu (calcite) tlueu [35]

AN5199 4.1 nasATziriaLazlTu aasasssznauluilaenvesildlunisase

o 1 aaa % a
2lp) Liqﬂgﬂim AIEINAUA X-ray fluorescence spectrometry

o Funnuaerlsznay (wt.%)
RENSIRORT,

Ca0 MgO ALO, Sio Other”

2

shell 68.6 0.5 0.2 0.8 29.9

‘co, luasAlsznauman

angdi 4.1 iWlunnsessinisaanadaniannuieunaznisgadanininaes
wasnuas azwindlaanvesiiansaanasagasiuney duusnidunisaanasiang gl

444 eeAgaldua Ussnanferuay 15 auilunisgoyideunanndjizennlansdu
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(dehydration) 284 Ca(OH), fann3f 4.1 uazdunasaunisaausongumug)il 690 90

'
=] a

wadea Uszanniferas 12 TainanUAseAn1fueLuduy (decarbonation) 284 CaCo,

FOANNTN 4.2
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Ca(OH), «— Ca0 +H,0 4.1)
CaCO, <—» CaO + CO, (4.2)
950 1 - 0
750 | [
~ F-10
T 550 S <)
£ L E
2 15 =
(@) 350 - i =~
= N
A F 20
150 i ; 25
-50 1 ‘ ‘ - 30
0 300 600 900

Temperature("C)

519 4.1 TslWd TG/DTG 2091 /aenmey
o ¥ o= o o = a = o
AAUUAIANNTORINIANWI N TN UdN s TN a L wAaLTaNNL L aanvies A
;13199 4.2 azwudlaanveafiinn 148 Ca(OH), ¥atay 58.0 wazdl CaCO, ¥atay 35.3
wetlidasannidaanueaniiun 1 I8 i un R LRI ATINTe A9l caco, aanasialll
WAILNNA9ULAALTN Ca0 WAAINTIE911N19938 299 Kouzu WATADLY [29] W91 CaO 1ia

o o

Audapnauisennsuenlaeenladluanis aziadfisen lawsdunaneiu Ca(OH),

A15199 4.2 agilgauugiinisaanssa UhAsan1sasafaniiniu uazdndouaesaiinuas

1unnaesdnsdsznauneadanluilaanvas

Fipua9dnslsenay
o GRIVEGRE o Ca(OH), CaCo,
el nsen S Uffisen
aangFn ( C) (Wt.%) (Wt.%)
444 dehydration 189 Ca(OH),
shell 58.0 35.3
690 decarbonation 183 CaCO,
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q a
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o

ARRY MILANNITIATIZITAEINATIA TGA AzWLI91 Ca(OH), NANN3A laLasdun 444 a9p

a
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1{lu CaCo, uaziilawn/aannasf 800 avALIaLTa (A) WUINNATEY CaCO, AAAY
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JVL U‘ﬁ‘ﬂvﬁﬂv”w v
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Q a

WAL AGAUUNH 800 avAtadiua (a) (Atyanwal O = CaCO,,V = Ca(OH),, X = Ca0)
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(M) (V)

(f)

'
= a

51171 4.3 gl SEM aesildenvesiiléun (n) thuniswiignmgil 600 (1) uay 800

=
ANALTALTGER (A)

Nz dAnrAgWInenreulaenetuandiagln - 4.3 azdindilaen
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CaO +2C,H,0, <«—»  Ca(OCH0,),+ H,0 (4.3)

CaO +2CH,OH <—  Ca(OCH,), + H,0 (4.4)
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4.2 nMsipsaNAsIl)ATeNA2EIEN1TaT AN — MIANAZNAY
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electron microscopy)
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nau[24] Haunpeymeadtlszann 2.3-5.0 Tulasuns wazdletildanesuaanly
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analysis (TG/DTA)
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Ca(NO,),/Ca(OH), (faauin1s# 5) [30] uaznsaanusiaf 667 esrnisaifen Xeuaz 12 Hhidang

vafuLes CaCo,
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Ca(NO,), ——  CaO+2NO + (3/2)0, (4.5)

f«]’mgﬂﬁ' 4.9 Wsldaes shell600+AI,0, insaanafautisaeniili 4 499 493usniin
mMsaanufaf 265 esATaidea Wsunndenar 3 ilunisgayideviniuilansiuaes
AI(OH), [39] Hasiides 7 401 earnaaides unnsbeuas 8 un1sgoydeninsi lamsdo
289 Ca(OH), doafiananinnisaanesiaf 404 ssrniaifius Banndenas 4 Wunnsaaas
284 Ca(NO,), ilu CaO wazgaai 4 ihiRanfueduses CaCO, azilant CO, Fnnnusat
az 10 Tignungdl 698 avATaNTEA

f«mﬂgﬂﬁ' 410 Mﬂﬂﬁmmﬁqmﬂﬁﬁ?m Zn(NO,),/shellB00+AL0, AN1saatfauLia
aantiu 4 199 ﬂifmwﬂﬁgmugﬁmo-zzo avAgaldoa  Lunisaanafaaes
Zn,(OH),(NO,),.2H,0 flu ZnO [36] Fazaz 3 daeiiaes Nsaate s 383 asATaLTeg
Yataz 5 1unlansduans Ca(OH), ﬁ@g’ﬁluimm%’qmm CazZn,(OH),.2H,0 [35] Faefiany
nsaaNuEan 515 eeATaTua Ussinndeuaz 13 uzes Ca(NO,),/Ca(CH), (ﬁxﬁ@ﬂﬂﬂ?ﬁl
5) [30] waznsaanesiaf 691 esAnaidus Seuaz 6 uAnfLeILTuTes CaCO,

P 4.4 ﬁmmmmmw@:ﬂ@uﬁwuluﬁqL:"qﬂ;jﬁ?m Zn(NO,),/shellB00+ALO, aNLFH
m@zgt?yLﬁmﬁwﬁﬂﬁfqmugﬁﬁiwﬁ]mmmﬁ’]mﬁmqmuﬁﬂ?mmmmmiﬂi:ﬂfau&mj Fsauany
TuniAnuan 9 ﬁﬁlqﬂixﬂ@ué’qﬂ Cazn,(OH),.2H,0 Lﬂud”{]mwﬁ n (Feanz 28.7) uazluAaiiauy
unedqueg lugl Ca(NO,), uaz Ca(OH), (Feeay 17.2) felalamnanduanmnBanni wiueul
LﬁmmﬂfqmwgﬁmmmﬂﬁfafaghﬂmLﬁmﬁu me%ﬂuﬁi;immmmq@g

9N 4.4 Tilauazarnnesanstlsenauinglu Zn(NO,), shellB00+ALO, fewnineAans

antlslng TGDTA
o 199 Un)AN"T _ 3Nuae9anslsenay
el nsen . 1inv89ansLlsney
aanesi (°C) (Wt.%)
0-140 H,O (moisture) 52
140-220 Zn,(OH),(NO,),.2H,0 14.9
220-340 AlLO, 20.0"
Zn(NO,), /shell600+AL,0,
340-415 Cazn,(OH),.2H,0 28.7
415-580 Ca(NO,),/Ca(OH), 17.2
580-760 CaCO, 14.0
EMEY 100

"HuBuun i unswsansasel e



60

Qi a o a a = o ' aaa A
F13199 4.5 uARINATesTNALarazgRHa N lunaTaNANNLABE Aanwaen
aa 1 ¥ A = 1 = 1
warlnedanisazang-nsanaznaw wusnIsldilaanuesiienagnamAaa NI Iug
amasniadulddaandanisinudasnuesuinaniu Zn(NO,), wav/isvza ALO, Inall

Zn(NO,),/shell600+AL0, Tifatazialdaasiuiataamasgeangaiviniy 99 uanaliiiugn

a

TeRuarargiiteNinas

@mﬂm"}ﬁmﬁqmﬂﬁﬁ?m

AN5199 4.5 HatesEeAuazarqRitianluniswEaNssal Jisenanilaenves

Methy!
i | Ysuna pH

ester

et mem Zn(NO). | ALO, | 8178A08 | 28IMAN | 2BINAN
RIS THRRT 32 27 . - . yield"

(Q) (Q) Zn(NO,), NALAN NAINIU
' 0,
wWaenven | 24alue | (V%)
shell” - - - 12.70 11.18 71.6
Zn(NO,),/shell600" 0.6 - 5.7 9.30 12.16 82.8
sheII6OO+AIZO; - 0.4 - 12.23 12.40 89.2
Zr1(NO3)2/she||600+AIZO3m 0.6 0.4 5.7 9.80 12.15 99.9

" n1azlunisind§isen : gungi 60 asALEaLTA; 1980 3 dalus; smsdaulneluammiueaseningu
\u 30; annudasalnseniesay 10 Toenineaeindu

sl fRenlnetiinngu U5 pH W EwEL 1 dae HNO, Aanadadu 1 Tuas udaifunlden
waedlalltunan 105 adly nawduean 2 dalus anifuiwnszivatineandag sonicator (14
nantlszanns 4 $2lug) wdanileufigaumnl 100 asaades druiu gadeinfiguugi 500 e
aidea 2 G2l

"irandadal e tnsazany Zn(NO,), aslutingulsanns 10 fadans U3u pH WKW 1 o
HNO, Aonandudu 1 Twan ukafaddenueslilfiiuniamn 1 nfu adld nawdunan 2 Falug
antuin ALO, adld naudn 1 dalus idensy 1 dalus dranszmeriheandas sonicator (iaan

a

dsznind 4 daluq) udotvldeungoumgi 100 esamadas SuAY gavinaINgugi 500 a9

\paiTea 2 Falug

“irensaaL)iRentaeniniinau Uiy pH WGy 1 fae HNO, Asnsdndi 1 Tuand wlaimniaen
o o = “ . . A o,

waefEUN9LENT 600 aeAEaidea 1 nFN sl nowduan 2 dalue antutiunssmeiieandan

sonicator (Mnandszunne 4 dalug) wdarildeufiguuugi 100 asALgaidas S1NAR gaTineund

AMUARN 500 BIANLTALTHE 2 F9l8

] a
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4.2.2 UaaNLTHN TR

13197 4.6 uansnaelTIEIReentEs (ZnO) TuniswmreNdasal TN
Zn(NO,),/shell+Al,0, agnudilaiutFuinaes Zno unaw iufasay 30 WWaauiy

a

wniinaesazgiun (ALO,) TnalWfesavnaliveunfialeamasgenga 27.2 viatliiesann

NN BT LavezrgRun Tudnsdsunmunzanazin i nean ladnanaas ZnAlLO,

NN T4 ZnALO, azilanuiiuiuagunsndaaisesnisiinsudiagimasiiagile

A9 4.6 HaT9LSNNUTIAFaNA lFURI N AR INeT

SIEFala¥S TN pH
ZnO A17RTANE | ANTAZANY YDINAN
(Gagazlng Zn(NO,), | Zn(NO,),naq Zn(NO,), Methyl ester
dwinidle wuiaen waenves yield"
Fowgetlf)isen’ ..
Wauny nasl uaz ALO, (wt.%)
viuvinaes
ALO,)
10 6.2 9.7 11.50 6.5
Zr](NOs)Q/SheIH—AIZO3 30 5.7 9.8 10.80 27.2
50 5.3 9.8 10.30 13.0

" wsendadaljisenlaaarane Zn(NO,), atlutinnduliuang 10 Nadans U3y pH MRldwinty 2 g
HNO, manuidadu 1 Tuand udadnaenuesnlailfdiunisin 1 nfu acld nowdunan 2 dalug
Lo o L d Lo e ¥, , y
AniwAn ALO, avll naugdn 1 dalus Wemsy 1 dalue dannszmeiieensay sonicator (14980

a

dsznani 4 dalunq) udorvldeungoungi 100 esAmadas SuAY gaTinaINgugi 500 299

al

\paiTea 2 Falug
; . - = Lo o N A
nluneinUizen : goungil 60 aeALTalEas; a1 3 dalug; dnsdaulneluaumiueasetinduiiy

30; UBnnudsalizenfesss 10 Ineiwinaeaiidu

4.2.3 ua1dANNITUNIALL AT URINAN

"Lumam’?wﬁf;Léqﬂﬁﬁ?mé’fmﬁ%ﬂ’ﬁ@mm-mimmﬂ@u ATANALAITNAINITO b
n17azaN8183 CaCo, uaz Ca(OH), Nadluilaanuen sl avufunsag aailuilady

< Ao o ~ o 1 |aaa ~ o o o o
WTN‘VINﬁflf]ﬂﬂ"]ﬁﬂ&lm@ﬂqﬂmiﬂﬂmqL?Qﬂ{]ﬂ?ﬂq M1TINN 4.7 Lﬂum@ﬂl'ﬂ\iﬂ’)f]NLﬂuﬂﬁ‘mLU@wshj

TungmseNsnglRn3en Zn(NO.) /shell+AL 0. AadasazualAuadiuRiaadInes anudn
3/2 273
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Fleannsifiunsaiuaresesnanan 2 1w 1 Sesaznaleanfialeamesiinduann
27.2 1T 76.9 Vieiiileeann CaCo, Ca(OH), luidenwesazanunsnazane 1§ lunazi
Hunsaun Taeanstsznevuaadenludenvesarararafuuaafeslesenlduiniy
warAnRznaunauNnluglaes Ca(OH), waz CazZn,(OH),2H,0 uanstlanagaNsiaiylumge

Tenawnialy Ca(NO,), Teavanesialiadilsznauidasimasnismn

AN519N 4.7 NZ\]‘IJ@\W'J’]NLﬂ‘LAﬂ‘J‘ﬂL‘LI@?J’NSIJ’NN@Nﬁi@m@iéj‘ﬂﬂ\ﬁmﬁ@L@ZQL‘V]@?r

pH
o e AN78zaNe AN78Z a8 YRINAN Methy! ester
aLsaLfAzen oo . )
Zn(NO,), Zn(NO,) vasl5fu | Zn(NO,), \aenues | vield (wt.%)
pH #agl HNO, waz ALO,
5.8 2.0 10.80 27.2
Zr1(N03)2/she||+A|2O3
5.7 1.0 12.04 76.9

"pisensaelfsentaaazans Zn(NO,), avlutnduinans 10 adans U3y pH TilAminiy 2 vise 1
fael HNO, Aasudindy 1 Tuans udamsidaenvesladldtiaunisin 1 n¥n asld nawduiaan 2 alug

anduFn ALO, atll naudn 1 dalue Weasy 1 F9lue dannsziveiieandag sonicator (1diaan

a a

dsznnne 4 d9lua) udotldeungoungi 100 esAmadas SuAY gaTinaINgugi 500 299

\paiTea 2 Falug
; o lama - = Lo o L X a
nluneinuizen : goungil 60 aeALalEas; KA1 3 dalug; dnsdaulneluaiumiueasetiiduiiy

30; UBnnudasalizenfesas 10 Ineniwinaeaindu

4.2.4 upre9gung N lunianiaenves

gouninlduniamiaenuesifluiladeniiandrdnlunswEandausal §isen

q a

1
=3 1 =

ANANINT 4.8 azdiudulianiaenesnewsensodelfisangmnigean Sesas

b

A ldeaniiaeamesgaau usdidamnaanies gy 600 waz 800 aeA@alTea Fas

u

be

azialFrauNiaamefgals 99.9 vistileananaenneafidunIgNIg 600 uaz 800
~ a = o a2 o A4 o =

avAEaEad Rk lansiuuazhnfuaidy natady CaO aunun Waninezamiy

faldatlisen Ca0 azfinnisazaneluniaznanlfidnendi CaCo, Walinsnsasilazgiu

=X o 4 = o 1 a ¥ g
QQV]WIMLLW]@L“I]EINi@@@H ANFCNALLASNTSANY m@guu@x@umimmﬂmu
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A15199 4.8 navasgnannilunsnlaenvessenalfreuniaeames

pH
v i jam=. 1 GRIE Y 224NaN Zn(NO,), | Methyl ester
el nsen - ° WBIHAN Zn(NO,), - Y
waanvag( C) . wWaanvesuay yield” (wt.%)
iaanvas
ALO,
- 6.20 12.04 73.4
400 6.32 12.05 74.2
Zn(NO,),/shellX+Al,0,
600 6.58 12.15 99.9
800 6.70 1217 99.9

" wsendasaljisenlaaarans Zn(NO,), atlutinnduliuang 10 Nadans U3y pH MRldwindy 1 fog
HNO, A dNdw 1 Tuand whainiaenunesiiiunismanguuug e 1 niu agly nouduean 2
dalue antiudn ALO, adld naudn 1 dalus ilensy 1 dalng dnnszmatiaandag sonicator
(Madszanm 4 49Tu9) wdatldeunguug 100 esA@adaa dauAl gavinamniguugi 500
oL

BaANTIATEE 2 Falug

. o lama - = B . S F
nlunminUizen : goungil 60 aeALIalEas; 1A 3 Falug; dnsdaulneluaiumiueasetinduiiy

30; Bnnudsalizenfesss 10 Ineiwdnaeaiidu

Hanansnngtuuy XRD 28960189UiA3E1 Zn(NO,),/shellX+Al,0, MFFeNan

1
a

\Waenuea i uNITEIgUMgR 400 600 wAY 800 BNANEATYE (3U7 4.11) axwudinig

a

A 1 o = o ] aaa Q} é’ o 4 al 49( dJ o
LN’]Lﬂ@@ﬂﬁ@ﬂﬂﬂuuqﬂqLﬁ]ﬁ‘ﬂ&lﬁ]ﬂlLﬁ‘\?ﬂ{]ﬂﬁ‘ﬁl'ﬁ/l'ﬂqﬂiﬁﬂﬂ@\ﬁlu N Cao qummwﬁ\uﬂmg

a

nandedhalulizen wazfanudniadgniatanznanaes ZnAlL,0, uaz Ca,Al,0,, @9

a o

AMNILNIUNTIREARIBNINLDN ZnALO, Haaudulug uazauisadoalunisdanaud

RAWNAINLATU LS
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intensity(a.u.)

35 45 55 65 75
2theta(degree)

U# 4.1 stuuy XRD 2129AF9UNTIEN Zn(NO,),/shellX+Al,0, Nt (n) wWaen

a

gal)

1
a

weegumnl 400 (1), 600 (A), UAY 800 BeANTATEA (1) FOLNUAATHHIUNNTNAT

q a

gouni 500 asAmalded Wwoan 2 dalus (Atydnwnl © A= CaCO, ® = CaO, ®=

Ca(OH),, *=Ca,Al,,0,, , (= ZnO, ¥ = ZnAl,0,, O=CaNQ),)

337

4.2.5 HAVBIHNINYH N THALNLTFEN

n133tAzvingfleriduradiqselifisansqenaila Fourier Transform Infrared

Spectroscopy (FT-IR)

Lﬁ@ﬂ@’]im’]gﬂﬁ 412 uans FT-IR ailnpiuzeaildenvesfiiiunisiunil 800 aaen
waiFaa a2 Falus %ﬂi’mgmﬂ'ﬂqﬁ"uﬁzﬁqﬁm Fauanslumaned 4.9 unufisuau
paw 3643 om ™ lun1sduzeiusz O-H Bass (free O-H) %mg’ﬁluimm%’ﬁwm Ca(OH),
wazuaLRsWILAAY 3434 om " lunnsduresiuag O-H uly L@qmmﬁﬂugﬂmmrﬁmﬁu

ts' d” a o ! aaa dl ¥ o ts' o dl -1 t£| oI/
1/]LﬂWZUUWHN’J“ﬂ@QM’JL‘Nﬂ{]ﬂ?ﬂ’] TIADAAABNNLILOLNANUIUAAU 1630 cm @i un19du
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289 H-O-H WU bending 28911 WALA[NWILARL 1414 Laz 1510 cm’ iiunnsduans
co,” MAnansndalisegadu co, luussania nanaiili CaCo, (aanAdediuna
XRD Tugih 4.2) uazuaunanuauadulugesniindt 1000 cm” iunisduiiesann Metal-O

stretching WAz bending 1aalanzaanlas

%T

3434
3643

4000 3600 3200 2800 2400 2000_1 1600 1200 800 400
wavenumber (cm )

gﬂ‘l’?‘i 4.12 FT-IR dlnpfuaasilaaniasiuni 800 asematde

U7 4.13 uand FT-IR awlnnin aeedaidel jisen Zn(NO,),/shell600+AL0, N

NN RRANENSTY woy IR wazugiaiduinual1ilunioed 4.4 namasogs

UAseMgungR 300 -400 ssAwaiiea azlfaalfAzedvyiaridundeiuwnaien

a

FIRLAR (CazZn(OH),2H,0) [37] TvaziiiudnNatuauaa 3643 cm ' Lilunnsduaas free O-H

stretching @il Ca(OH), Niag ulnsea¥19a09 Cazn,(OH),.2H,0 (3171 4.14) waziiaruou

1

ARU 3575, 3507 WAz 3433 cm 1flun3duans O-H stretching Aiawuazlalnsiauiunan

'
L4 %

seaihmelulasiaine danariliinfduiisiuunduanas uasiauaunau 1484 cm’
funnsdureslesantes NO, tiesannnisunil 300-400 ssrnsaiios lunsaleeeuds
danedalivuauazia LAY 940 om’ unisduses bridging O-H bending %QLﬂUM?;I:
[OHT ‘ﬁﬁﬂmgﬁuiw:(gﬂﬁl 4.14) uaziiauaunauningt 850 om” ilunnsdusedlans
aanlgf199 Cal waz ZnO me"j@Lmﬁméqﬂﬁﬁ?mﬁ@qmugﬁ 500-900 aaANTALTYA A%
Lﬁudﬁﬁmuﬁﬁuﬁmﬂuﬂm 3643-3443 cm’” vl fadhiilesann CaZn,(OH),2H,0 1nAnI3

aaeifinet] lugies CaO uay ZnO[35]
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%T

3643 F N

3575 3433 529
3507 . 875
iM3ss
1428
T T T T T T T T T T
4000 3600 3200 2800 2400 2000 1600 1200 800 400

-1
wavenumber (cm )

51191 4.13 FT-IR gulnmfuaes Zn(NO,),/shell600+AL,0, NAIHIUNFLHNYUUAA 300 (N),

u qQ

400 (1), 500 (A), 700 (4), WAZ 900 AYALTALTEIA (A)

A151991 4.9 wyHariFuAnL L Zn(NO,),/shell600+Al1,0, NHWNTNNTIIUNYHEN"]

SunuAdu cm’) wylaridn
3643 O-H aaszlu Ca(OH),
3575, 3507, 3433 O-H lu Cazn,(OH),.2H,0
1630 H-O-H 1aath
1517, 1510, 1428, 1416, 1410, 875 CO,” ion
1384 NO, ion
1045 Zn-0-H
940 Bridging O-H
fnnen 850 MOH (M = Ca, Zn)
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8
Cal2ERAN >Er{OHJ2].2H2D
0
[OR] [HOJ-
3507 cm’ 3575 cm’

gﬂ‘u’?‘i 4.14 Tneai1vansupalieandefian (Cazn,(OH),.2H,0)

N199LATEAIATNAFINHAN AN ATANIZIALILLWTNA LR NS (XRD)

intensity (a.u.)

il

5 15 25

35 45 55 65 75
2theta (degree)

519 4.15 guuy XRD 2096913917581 Zn(NO,),/shell600+Al,0, Nelald lrinungen

u

(&rydnenl : <>=CazZn,(OH),2H,0, M= Zn(OH),(NO,),2H,0, ® =Ca(OH),, O=Ca(NO,),)

UUUL XRD 1996013915j7381 Zn(NO,),/shell600+A1,0, Nfialaitnunisiuansly
U7 4.15 WuddpnANAN Ae CaZn,(OH),.2H,0 uaz Zn,(OH),(NO,), TyaanAfaaiLLA

NN3AIZIsaY TGA (317 4.10)
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L 3
A 2 2
.
*
Pk .
) P oa J (I} * *5 W A
- ( * o
= o
s @ A ‘ m T
> keO A O «
[ o A &v¢ * ' % Adleoo
S : N "
(V) * C (o O Ao
+ . A ¢ O ’V(A +A L A ¢
Q
( ® OA
«
™ML o , A O oA Ta oo
5 15 25 35 45 55 65 75

2theta (degree)
gﬂ‘n‘?‘i 4.16 3UuUY XRD 209A94891f7i381 Zn(NO,),/shell600+AlL0, AatiaLJAseLund

grungH 300 (n), 400 (1), 500 (A), 700 (3) WAz 900 eALIALTaA (7) (Arydnwol
A=CaCO,, ®=Ca0, ®=Ca(0H), *=Ca A, 0,, (=20, ¥ =ZnAL0,, <= CaZn(OH),2H,0,0 =
CalNO,),)

a

7171 4.16 uaRgLULL XRD 289 Zn(NO,),/shell600+ALO, 7B MUNSLEN TG Mg HANgT

a
|

miLmﬁI@qmmﬁ 300-400 3AEAERA (N) LAY (1) AENWLINNA CaZn,(OH),.2H,0 us o
RV nawniflu 500 asATaITas (A) Az ANNTAALIFAT8 Ca(NO,), uaz Cazn,(OH),.2H,0
naneiflis CaO uaz ZnO CaCo, azfindinnfueusdill Cao figoungil 700 asrnizaifes gandn
ANULEHNUT89 CaO WAy Ca(OH),(ifiman Cao ﬁuﬁmmmfﬁﬂummm) N9 1007 Zn0
LagauasinUAReNTL ALO, naneiilu ZnALO, uenannifeenlosuanes Ca Al O, oy

o - o X
e VN NSRRI
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N199LATILIVMNTRALAL TN A LU LIRS N AT ANITANE AN SR U laaan s

wunltlsunsngaunnil (temperature-programmed desorption of CO,)

3117 4.17 uanslus1ng CO,-TPD 189 Zn(NO,),/shell600+A1,0, NNIUNTLENY U
X
q

sinepsuiLaanes iy 800 asaaaidea Wslnduealaesnuesiinisay CO, inau

r%mwi@qmmﬁ 510-650 aspnuraiiea Tadl CO, ﬁgﬂ@méﬁwu Cao finannisaaefazes
anstsznavunaidonuasnnesuaznsing Zn(NO,),/shell600+AL0, ﬁ@qmugﬁ 300 B9AN
waEYA (1) AzWuN19AY CO, 3 Ui Aa 397, 500 Uax 671 B LALTE LavaLFNM
CO, mﬂm"]Lﬂﬁ@ﬂmﬂLL@xﬁqL‘Nﬂﬁﬁ?mﬁchummmﬁ@mugﬁ%u anizfiRAn1eAng CO,
luna 350510 asrniraidea azwnehileuniignmni 500 esrnmadaa vililesanime
sl lunnsmaaes 78 Thermal conductivity detector (TCD) Asanansndasax NO, uaz OH
it ﬁqﬁuﬁqﬁmﬁﬁ?mﬁ wfigaungfian Al NO, uaz OH wideaguusaisefisanann 49
AZUNANTANEATENINNTNARES CO,-TPD ﬁ@qmm;uﬁzﬂqujﬂ@qmugmuﬂmmuﬁ”@ﬁLﬁW«]fm
nsaanesazasleseumantl Ay co, AddiamnsnimanimanediidinesanR

aana

A luuareasadeUfAzen agelafinuilomnfaieUiizen 500 esAmaLTes Az

= !

131104 CO, Ae1an Ca0 gendilandaisaliisanigrimng)iau Asiiazipnuusiuauay

EnaAmMaLAgangn

)

(m) 397°C

TCD signal

(1)

620°C

(n)

T e M T T T T

100 200 300 400 500 600 700 800
Temperature( C)

51171 4.17 Tsld CO,-TPD 1aiLlaanvesienil 800 asraaiTaa (n) waz

Zn(NO,),/shell600+ALO, HuN1TLNNAIgEUNAE 300 (1), 500 (A) LAy 700 BeATAITHA (1)
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N199,ALNL TN MR WMUIAI AR ATAN19A AT LT AR Tl T nag

ﬁﬁ‘fU@uim@@ﬂisﬁﬁT(COz—oulse chemisorptions)

F11979% 4.10 wanFHNALMLLUATINT IFAnNswasisatnatian1sgady
a IS ] o & (-1 P dl 1 dl
dapiifludosaesniuaulasenlas aviiulddn Zn(NO,),/shell600+ALO, NENUANTLHAT
goMnH 500 evAIALTE HUFHNULAgINgAWINTL 0.053 mmol/g T9araanndesiuNg

q a

nN1aaad TPD-CO,

A19197 4.10 UFHnuATuMIaLLAIN89A9139U 381 Zn(NO,),/shell600+AI,0, LT

HIUNNHFS)
gz apuniifndaiajien E VLI IV IR LY
(DC) (mmol/g)
Shell 800 0.035
300 0.028
400 0.027
Zn(NO,),/shell600+ALO, 500 0.053
700 0.025
900 0.020

AMNANINAN 4.11 aztiudndain Zn(NO,),/shell600+ALO, NN 500 897

a

= Y o ! aaa dld o 3 ! aaa = & dl a
aadea avlfadalfisennidnsininsal jisengegauaziuunlduanaauiiaguing

al
14 !

Tunasininadu Tneaineinljisen 3 dolue Seaazualdreniiawames nls

A

NINNGT 90 LHaNaNTuINa XRD (§UN 4.16) azuiulidnfidpniandeslone CaO uay
Cazn,(OH),.2H,0 LazN193LATIZHLTNIUALALILATIN (AN9197 4.10) WUANFL9

1
g

UNATEN U TN NN A GATUTN A UULLARAAT UATLHBWNNARLNLTATENT
500 a9ALTATEA NN UILNILIAQIN4R TeazdanAdeiLnsmIudiaanasiin

i
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A15199 4.11 navesgnanRluniawn Zn(NO,),/shell600+A10, "Aanaliuesinfialeamas

gnuA TN Methy! ester yield” (wt.%)
RESIRRE Tl LRESIRDETY 1 gl 2 g 3 gl

o)

300 57.4 83.7 95.8

400 83.7 92.0 98.5
Zn(NO,),/shell600+Al,0, 500 39.9 93.6 99.9

700 12.3 32.2 89.9

900 27.6 72.3 94.4

"prandadal e tneazany Zn(NO,), adlutinduiiuang 10 Aadans Uiy pH WlHwinAL 1 fog
HNO, A ndindu 1 Tuand udaiFniaenuesftinunisieni 600 aseaaidaa 1 n3N a9ld nouidungn
2 dalue antiuin ALO, a9l naudn 1 dalue Wenasy 1 dalne dannszmaneanday sonicator
(Mandszanm 4 49Tu9) wdatldeunguug 100 esA@adaa daual gavinamiguugi 500
a g

BaANTIATEE 2 Falug

; o lana - = Lo o ¥ a
nlunminuizen : goungil 60 asAlalEas; a1 3 dalug; dnsdaulaeluaiumiueasetiiduiiy

30:1; YnnnsaeljisenFeray 10 Tnaniwinaearingu

4.2.6 Nmm@"ﬂﬁummmmﬁﬂizﬂ@umm

° B\IZ\]"TJ’NL’J@’ﬂuﬂ’]ﬁ‘ﬂ')uﬂ\lm\lma'ﬂﬂﬁﬂﬁ

WWatndnanlunisnIundNasazatedeA lupsaduLlaanuasann 2 1ilu
4 d0Tus aznudnfeuazualisesuiiaeamnasgeauain 86.5 1w 96.1 Matlitiadnis
WHLanlun1 nouNdun luaatdanlutidaanataratgaanuilanIny

Lﬁ@ﬁ@qﬁ‘mqﬂ’]ﬂﬂ'ﬁ%\llﬂuﬂimLU@%@Q%@QN@NLWN%%@’]T’] 9.8 1ilu 12.1
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A9 4.12 tazadinan lun1IniuNanilaanvesfasauas N alednas

pH
18k
A98=aN8 A98=aN8 YDINAN Methy!
N19NIU
e e 5 Zn(NO,), Zn(NO,) mastl5u Zn(NO,), ester
el nsen shell Aiv 5 . )
pH #iagl HNO, waanvas yield
Zn(NO,), . N
L UAINIU 2 1198 (wt.%)
GoN) B
4 4714
2 57 1.3 9.8 86.5
Zn(NO,),/shellB00+AL0,
4 57 1.2 121 96.1

"wiransdaizenlneazate Zn(NO,), avlinnduBanes 10 fladans 150 pH W ldwin 1 dog HNO, A
dardu 1 Tuan§ wkadnudenvesfitiunaunt 600 asnaied 1 niu adll noudueen 2 vide 4 Falu
A ALO, &l a1 Folaa dlaps 1 ol hanszmenireandas sonicator (dantsznnni 4
dug) udmilileriigounf 100 asniaaies d1af geveeniigamnil 500 esrnmaies 2 Fal

"nazlunaindisen : g 60 aspniaaEaa; a0 3 Falus; Samdanilaeluaumueaserindudu 301,

Bsnay fausalfinsenFeeas 10 Ieniwiinvesingdu

a1NN"33L7 4.18 Waiinan lun1snauNaNa1Ia v TR esan UL aenue sl
4 GaTug (319 4.18 () aztindniffuiniaeg CaO WWNNINTUN 20 = 32, 37, 54, 68 WAL

¥ v 1

o o g ya a X ¥ XA ~ o g o a "
ﬁNV]’]SL‘MN Ca(OH)2 BANNINUU VI\?HLU@\?QWﬂﬂ’]?ﬂQUNN@V]qlﬁLLﬂf\]Lsﬁﬂmlul,ﬂ@@ﬂﬁ@ﬂﬂxﬂqﬂ
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aanuT leNINTY




73

intensity (a.u.)

2theta(degree)

2theta (degree)

51U 4.18 3luuy XRD 209MaU a1 Zn(NU,)/snelioud+AlLO, AN TUNNINIUNAN 2

(n) waz 4 9alug () rﬁTf;Liqﬂﬁﬁ?mﬁmmmﬁmﬁmmuﬂ’mmﬁ@qmmﬁ 500 B9ANTALTER
e 2 dalue (Aeyansnd:  A=CaCO, 4= CaO, = Ca(OH), *= Ca A0, , (=Z2n0,
v =Z0ALO,, <= CaZn(OH),2H0, O = CalNO,))

o araaauluniaslasnvetuarazgun

v 1
o = a

nsUiuasudunenluniafnergiuiuazilaenuesmisiliiasainasgiun
awnsnazagliluansazaransauaziug  NsLRNergRUNAI AR A TR LUATATHNY
nstfuanndunsawaliiiu 1 feunazfnnaenues Wiazdenarnliiindgnianes
ZnALO, uaziialy Ca Al,0,, ANATNN 4.13 uansnatasa1sulunisifuilaanias
a 1 v a '8 zﬂl a a a dl [
uazazgiusanalfrasuiasmes HalAnavgRunasluaisazanefed lun ey
Aaungauadiu 1 aziudnanudunnluaee9eHaNvinny 5.2 wansliiiuanina
nsazansrasergiu luaisazanensn (Feannisi 4.6) wesanaAaudunsawanis
IaNANTeendnsnNnRNaenuesnien (pH=9.8) WaiRsilaanvesuaraliureandnas

| A a g 1 1 v v
NUILUARNMeLINANITAZANLEBNNININTY  (pH=11.7)  WAazwud1aInesasualfves

IRALRANATN b6 ki Asntl aaunniin
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A|ZOS(S) + 6HSO (aq) aq) (46)

¥8HO, 2[AI(OH,) ™",

A1919% 4.13 navasaraulunsidnnlaenveauazazgiuiseietavinfiaeamnas

pH
ATATANE a1 VBINAN | VDINAN | VBIHAN
Methyl
Zn(NO,), azaNel Zn(NO,), | Zn(NO,), | Zn(NO,),,
ester
FadaLfisen Zn(NO,), | uaz ALO, uaz ALO, Ua Jold"
naeliu | AU 2 | ALOUMAN shell
. . _ 5 (wt.%)
pH Aol S IHE: iU pH | wdanau 1
HNO, GITEN FaTa
Zn(NO,),/shell600+AL0,’ 5.7 1.3 Zn(NO,)+ | (9.8) 8.7 86.5
shell pH9.8
Zn(NO3)2/A|203-5-S|’1eIIGOOﬂ 5.4 1.3 52 (5.2) 1.7 86.8
Zr](NOS))Z/AIZOS-ﬁ-SheIIGOOq 5.5 1.1 5.3 1.2 11.2 92.0

" nazlumaindisen | g 60 asraaEea; a0 390l dnmdiulneluawmueastatindudu 30:1;
Brnariasalisenfesar 10 Inenivinzeaingduy

" s isenlaeavans Zn(NO,), athuinAuLEnms 10 aaans U5y pH WAL 1 dae HNO, A

'
a

it 1 g udniisRenvenikinumaeni 600 asniades 1 5 adl nowduaan 2 4ol e
AL, adl] nmidin 1 67k depay 1 ol shanszmenineendas sonicator (Waniszanma 4 99Tug) uda
iivlanfignmni 100 asnigaden Fuiu gaieeniionmgfl 500 asnaaien 2 ol

"wirensadaizenlneazate Zn(NO,), avlinndiBanes 10 fadans 150 pH W Ewint 1 dog HNO, A
windn 1Tuanfudadin ALO, asl nawdluian 2 dali mm%ulﬁmﬂﬁfanuﬂﬂﬁdwuﬂﬁiLmﬁﬁQmugﬁ 600 °C
Panndt nfu asl) nowdlunan 24al densu 1 4alia dnanszweninaandan sonicator (Wiailszanms 4

a

ol udarilaungamn 100 ssaiss A gavineEgnumni 500 °C e 2 Gali

a

a

S ransaal e tasazany Zn(NO,), aslutingulsunns 10 dadans Uiy pH W lEwnAL 1 fan
HNO, Amadindiu 1Tuanfudaiiin ALO, vl nawiluinan 2 Galue wdanlfu pH Asfindu 1 Snafadas
HNO, A uidindi 1Ium§mni’fwﬁuLﬂ%ﬂﬂu@ﬂﬁmumumﬁfqmmﬁ 600 °C 3unnut nu aslyl nou
Huinan 2 dal iilensy 1 99t shsnssmeriheendan sonicator (Winantszans 4 4alue) wdaninly

a

aUNUUNHN 100 avAgaTea daumn gavinenNgamni 500 °C luaan 2 Galus

]
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intensity (a.u.)

2theta (degree)

gﬂ%?‘i 4.19 7tluty XRD vasisaLlf)isen Zn(NO,),/shell600+ALO, (n) Zn(NO,),/AlLO,+shell600

v
%

(@) Zn(NO,)/ALO,+shell600 N15u pH 1 8nA%s (A) FollAzevivaNatia[unIgENT

[ %

gruunH 500 avAnetades e 2 4ol @yanenl. A= CaCO, 4 = CaO, ® = Ca(OH),

*=Ca,Al,O,4, €=ZnO, ¥ =ZnAL0,, < = CazZn,(OH),.2H,0, O = Ca(NO,),)

33

AINN139LATIZH XRD meﬂugﬂﬁ 4.19 Lﬁ@Lﬁmx@ﬁumﬂummmmmmﬁum%qﬁ

1 o [] [~ = %’/ (=3 1 g
lumgena (1) wazlsupnudlunsawa 1y 1805 (A) AziudNFunaes ZnO 1naiv
\HelRnezgRuInauasnyes a1atlaINNIAINTNARNATNAUAILUAZRWININTY UBIA
M lFansUsznauupaidanluilaanvatazantaaninleuas satualiuauiflunsas
Wi 1 Bnads (p) i TiwIRadgnIAT04 Ca,,AlL,0,, gernnndineuiuasuiunss

WALANLRE (1)
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4.3 MESANHINITNTEANLAIUDINA AN UNNALED 1A LUNSTUR LD RN NLATU

100 ¢

90
] —@—rnonoglycerides
es i —a—diglycerides

70 é —@—triglycerides
60 f —e— methyl esters
50 7
40 ;
30 ;

20

Production distribution in methyl ester layer ( wt.%)

0 0.5 1 15 2 25 &)
Retentiontime (h)
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c . o o |aaa X ~ - @) ~ -
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lanamalafiinau F9aziiudNingn 3 9alus dFauazualsuaslnnamalafiviaaiies 0.4
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o =
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u
¥
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uga 14.5 Gadans wazilddlunissmnudieameiiiadunsoseld angiil 4.22 az
wuinilering elisendunnldatuau 5 pfnuinaldnanfineaimianasdinidesann
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4.5 msaugUaaselgngen

AINANGINT 4.14 AZLINgUHBUY Zn(NO,),/shell600+AL0, NHNUNITLHT 500
avAaaiies 11augiiiu extrudate in ket azualdrasuiiaeainasanasain 98.5
\Wiag 76.5 fetienaiiiasainnistugddadeal s liuntouasiuassunsauag

o 1 aaa 1 dl dl a a o 4 4
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a '8 A 2’/ aglj dl o & & o G|
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pH
5 ANTATANE ANTATANE SNAGE Methy!
AN B
e eee 1 . Zn(NO,), Zn(NO,), a4 Zn(NO,), ester
mmﬂgﬂim SN . . . ;
o 15U pH pasl wasnuas yield
Uffisen .
HNO, WAINIU2 | (Wt%)
78 4 dalug
powder 5.7 1.0 121 98.5
Zn(NO,),/shell600+Al,0,
extrudate 5.7 1.0 11.2 76.5
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