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# # 6171949023 : MAJOR CHEMICAL TECHNOLOGY

KEYWORD: Chitosan Nickel Alumina Carbon dioxide methanation
Nattinan Pangjeen : CO, METHANATION USING NICKEL-BASED CATALYSTS
OVER ALUMINA SUPPORT PREPARED BY CHITOSAN TEMPLATE. Advisor:
Prof. NATTAYA PONGSTABODEE, Ph.D.

CO, methanation is one of an alternative way to convert the CO, gas to
CHg4 under atmospheric pressure. However, the catalyst improvement is still
required due to limitation of selectivity at low temperature. In this research, the
chitosan was employed as a template for alumina support preparation via sol-gel
method. Characterization of as-prepared catalysts was done via XRD, TGA, N,
physisorption, CHN analysis, H,-TPR and NHs-TPD. Noticeably the catalysts
expressed high specific surface area and reducibility at lower temperature. The
activities of CO, methanation were carried out by CO, conversion and CH,
selectivity. Catalysts with Ni loading level of 10%wt prepared in NH;OH solution
exhibited higher activities than NaOH solution. With Ni loading level from 0%wt to
14%wt prepared in 7TM NH4OH solution, the catalyst at 10%wt of Ni loading level
showed higher CO, conversion and CHg selectivity than others of 69.5% and 97.4%
at 350 °C, respectively. When holding the Ni loading level at 10 %wt over alumina
supporter prepared by 3M, 5M and 7M NH;OH solutions, 10 %wt on alumina
prepared by 3M NH4OH provided higher activities than those solutions owing to its
high specific surface area. 10%wt CeO, of 10%wt of Ni loading on 3M NH4OH
alumina catalysts provided higher CO, conversion of 86.7% at 325 °C with 99.5%
CH, selectivity. Furthermore, the catalyst exhibited excellent stability at 325 °C for

24 h.
Field of Study:  Chemical Technology Student's Signature ........cccoceeeeeieenenns

Academic Year: 2019 Advisor's Signature .......ccccoveeennne.
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Tnguduuduuy Tnefnwiduussladaduayulaun waaley, T3u0 wazuauniy uay
USunmnaiusaduayudesas 0 89 10 Taevmin

L4 v v 1

1.5.3 '3memﬁuaﬂwmzLawwmaammﬂﬁﬁ%mﬁaumsﬁmﬁﬁ%mﬁLmu%’u"uaa
6 I3
Asuaulneanlan
1.5.4 inngiwunzaddmsunisaeniadwuluilinuduresesvaulaeanlaniag
Anwidudsaumginisiinuisenlugae 200 fia 450 samwalea lagvinnisiiiugamaiii
ay 25 perLgaldyd
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1.6.2 MAUKUNTNARDY n3eNgUNTalLaansiall

1.6.3 wisudnsauiseviinvialinifavuiisessueszgiunaisulaguiiuy
lalau

1.6.4 Anwmavesdaulsifidenisifadimiuiuresnfusulasenledmemeaiaufa

lasulans ¥l (Gas Chromatography, GC) laun



1.6.4.1 Usinalavefinfadosas 4, 7, 10 uay 14 laevhmin
1.6.42 aautuduvesuasiianenluidenlansenlad (ammonium
hydroxide, NH,OH) 18w 3, 5 wag 7 luans (molar, M)
1.6.4.3 wlladnatiuayu laud Fey, waalley wagiauntiy
1.6.4.4 Usnumadiudatiuayuiesas 0 uay 10 Tastmiin
1.6.4.5 aungiinisinaug)nsen 200, 225, 250, 275, 300, 325, 350, 375,
400, 425 Way 450 aIrwaldyd
1.6.4.6 ANNLENYIVBIFIIIUHATEN
1.6.5 MIANIAUANYULLANIZ VBTV AT
1.6.5.1 1AS1ERIASIAZ1NANFIBNATANSIELUUTDIZIE0NT (xray
diffraction spectroscopy, XRD)
1.6.5.2 Ains1ein1siasuulaiiiavetesdusznaumnaiianisdinsieiids
qmmﬁmm%@u (thermogravimetric analysis)
1653 Tinsgifuiiiadunigdsmaianisgaduisuialulasiay
(nitrogen physisorption)
1.6.5.4 Ainszvesavsznavlumegsiiumatinn1siaszResrlszneu
sgAnsueu lalasiau wazlulnsiau (CHN elemental analysis)
1.6.5.5 Aangimnuannsansgnimdmemaianislusunsugumniiie
NAAOUNITIANTU (temperature programmed reduction, TPR)
1.6.5.6 '3miwzﬁmmLﬁuﬂimuuﬁyuﬁa51’3EJLwﬂﬁﬂmﬂﬂmﬂiuqmmmﬁa
NAFDUNNIATU (temperature programmed desorption, TPD)
1.6.6 37U immzﬁ%’a%a UT202a/a91NN1INARDY LLﬁ%ﬁEUN@ﬂ’]iVI@@@QLﬁ@

YAUa lANYINUS LAZINYWNIINGIRNUS

1.7 Usglevinimndnazlasu
laangivilieaudunznsideniialmusmielimutuvesasveulasenleduy
Aseuiseniinifiavudisesiuergiiunieigefasosar 100 LagAIN1TUAEUVDS

asuaulpeanlanuinninsesay 88



uni 2

= av a4 14
NS HASITUIIINNYIVDN

2.1 whadasuaulaeanlyn (Carbon dioxide, CO,)
msvaulneenlenluanafe a1susznauiiinainnisadaiusslaaiaud (covalent
bond) 5g1114 1 A1sususzaeuiilauslawdu (hybridization) WUU sp Lay 2 00NTLAU
aal al o 2 a 2 fa o ! a Y a
pzpoudiilauilawdunuu sp? Biannsaulu 2sp? pasliavreiudayoonTLauazas9NLsLTN
. = 4 [ . U a o fa o I3
11 (sigma bond) @slaanistoauiu (overlapping) Audianasaulu 2sp sosUviaveAITUaU
dau 2p 983UMavRIANTUBNALINFIARINAUBEIULLILAY X (2p,) AUKNU y (2p,) UaAS
anfungudidnnseureaiuseInunagiindunsisen (interaction) fu 2p aasdaves

a [ LY a [ [ . Aa <@ 1 (K a
pondlauluanvauzrudraialuiussln (pi bond) NHANULTSITREAINUSETNU LAY

£%
A (24

Tugy 2.1 uenanfinauandivnanieniniiugiuvessianniveulaesnledluiuinaluanadl
A1 44.01 nFusielua anuzluufiangumgiiviotuasauduusseInia anasumad -78.5
ssmga@ea anuiule 57.249 Urdana (pascal, Pa) Aunuikiuveasiia, vauvad wag
vaudaudu 1.98, 771 war 1,600 nSUABANTAIUESU [8] dmfunuandaniuad
asusulavenlynnuiasusuezaenivuliululszauin dwesndiausesnauiiuuiliy
Id 1 ~ I a aada .. =

Judsyaauunninilaainasianlnsiuniain (electronegativity) 139AUANNTANT

1 6 a

Aagedianaseuaniuselamnawiluiiemadidaudnasiiuniederneuiigniinisueu

a0

IngA1BLanINIuN1AIAY0IASUBULAL DONTIAUIAIUIEIIM 2.5 uag 3.5 AUa1RU wavdl
AUEINUSEUTENIM 116.3 WlALAS (picometers, pm, 1072 é’wmqﬁm"mwﬂa%aﬂ
Arsuouesnauisliauaintsalun1siudidninglng (electrophile) wagdunusaeg
sandiauezneudadianuluiindlelnd (nucleophile) Amandidanaidadudiudidgy
dwsunsiinugisemaneufnsen venniiasueulaeenlefannsansvaoudogald
nmatanisanlnsalnl (spectroscopy) 1u dunsisaaiuninsalnd (infrared
spectroscopy) tngUsznauludaenisdusuudaliauuins @symmetric stretching) 418w
msdumanuunulianaUsngdy g sduimumisaradu (wavenumber) Usanal
2,349 wufwuns ' (cm™) LAYNITAULUUID (bending) ﬁﬂﬂiﬁuiué’ﬂwmzﬁLﬂﬁammawu
331/1’5’1«&’145%@&1@1Laqaﬂifmgé’ﬁgmwﬁﬁ%mmLamﬂﬁuﬂﬁzmm 667 au! saudTuaUn
nsalnd (raman spectroscopy) 141l o Ta & 1 N 158U WUUANUIAST (symmetric

stretching) vadluanansusulaeonleafiduniaavrduussunn 1,278 wag 1,389 @™ [9]



sigma bond

U 2.1 wuudaesnisaieiusyveduanauiansusulaeenlednuszneulumeiussdnun

LarUsZINTE IR U U LABULALDONTIAUDEADY [10]

nnMsanwtunaesunuInianisueulneanledlidmansenudouyuduazian

TN TILAENID0U dMSUUITEINIEUNRYz AN LTUYRLAaasuaulaanladiade

¥
&

Useanay 380 8 500 drvlududrumuusiasiug Insundesueulneenledlusianiediia
NNNTEUIUNSIMIUeATUN1Eluead (intracellular metabolism) azgnindneeniusiunis
TuAnuglulnadu (hemoglobin) Haunszuaunisniglanielu (intemal respiration) %30
nsuaniasunfiassuinaeadiuidenuasidesiiaiveulnoonlesargnadesiiunaon
Foaduilaiiguoaudaiinnisuaniudsuivoendiauudiduasueulaoenledesnain
$1eNeEUgIaN (alveoli) Uunaanautay (bronchioles) MeaunaLALivaeAnsA HCOS WAz
H,CO5 (H,CO5 + H,0 <> HCO5™ + H;0") wanalugy 2.2 watlesanmnAnnsdudasy
uiaensueulasenludimunisgaauuiailiffuasnaulnenssdulmaiuninuniosdima
nsznuseszuumela (respiratory system) LA¥AINNNTNAGDS 22 AUNUINTINENY Bl
oeflunnefifianududuresufaniveulasenladim 1,000 duludumulussozinady
q dsnaliinisdnaulauaz nsudtiyminas luvagdinsmeasstugluafiquamanuimn
syaunnansvaulaeanlaaanuitutu 10,000 dulududiuazdmalionsinismelalas
Snsnsguindenluidssauesiuiu uiinnududuutansueulaeenladogiivssanm
50,000 druluduaruazisudeudsey, Uinfsve, duau uazdennismeladiun uagnin
sedunfianduaulaeanledsny 100,000 druludrudruagyilfsumelaldld, wiseon,

! a 1 14 a
anen g, 91deulaglianunsaniuauls, wasnueas [11]



Dissolved CO, Dissolved CO,

5U 2.2 nswanwdsuasusulaeenledluglulnaduiuiedelusanie [12]

p9RUsENaUvaInauLLanlnfn (electromagnetic radiation) Usgneuludae
awINWMAN (magnetic field) uazawmlni (electric field) Noglusyunusiainuazegly

a

a v v = P = o w v oo A 1 [ 1
FEUULRYINUAUNANINNTITILAFDUNVDIAAUANINAINU Iﬂﬁi\‘]ﬁﬂauumLW@ﬂIWﬂ’]QﬂLLNQWﬂﬂ’N

(%
a

p1findiflgaungRfuiauszunn 5780 eadu Windanuunlandunisgadusdiuinadu
usssmelanudazvieundusengussennialugunuuresnudeulutisanuenaues
$4dBuns1sa (infrared radiation) #Aue1andusglugas 700 uiluwnsds 1 dadiuns
Tuwauzisaddanslalotan (Ultraviolet radiation) fiAnueniadusgluts 10 wilumnasis
400 wiluwing WaLLAI (visible radiation) musAauDElutIs 400 wiluwasia 700
uluansasnsoduduluduialanfuansanadilusy 2.3 Tnsunfluanavesufaluty
UssIIMIA 1wy Ansusulaeenlas (CO,), Telau (0,) wavii (H,0) azanunsaiundaemilutig
muAduYesdAdulsuInduiignuanUdessanainlan smieddngnagieusganely

FUUTTIINIFAINAANNDUY 9 1991n398A29019ndlaenTe, S98TINT2A180191AUTTONNTA, S93

al

insgrensnsenuiulianavesiady, Sadasiouainiiulan waesednnszeeanain
d’l’ I~ Y gj 6y ) [ ~ v a
wulan sy wanslugy 2.4 ndulianauiavgduiarmendsnuiieliausanigumal
lanlinuszanu 290 walu lneenusingnisalilitisngnisaliseunseanuuuugund
(primary greenhouse effect) wALtilasainnisvanuassuialsaunszaniuindulagianiy
Asuaulnpanlen M uNandnndnaInnIsHTBLNAIN oaRari ol lau TN I UA e

Mevasgalifgaamnssy ladwansenudemeiuawindeufomliseAuanududy



vasufalsaunszanlutuusseimalaniiugsdunaliifinniizlandou (global warming)
sufinswdsuwlasanimgiionnialan (climate change) Mnansulullywndnsséivlan

a

Tutlagtiu [13] muguuswessAsuulasaniwgiionnelanlddnanszyuluvatosu
suusnaelsadeluuyed wu ldinaFouasldinniideadunmeiilse, msuninszaneves
azosanasnonldiidsnasefidulsagiiu, Tsadesniaulasi (yme diseases) anniiuuas
vife, Isanesluliludon wavlsmdadeanndn Wudu lusuiiaesdesafiumiaoiniaain
nsUdesufiaiieunszande gungiifisouduliisednanininufatoinlnoendindy
(photo-oxidation) fituussenielnsinaifles (troposphere) vaangululasiausanlyd
(NO,) TiAnanufalodeaniedotsuduarlseanu sudsansdunidssme (volatile oreanic
compounds, VOCs) laun lulnsiaulaeanlas (nitrogen dioxide, NO,), nsalunsa (nitrous
acid, HONO), lulastaulaseeonlas (nitrogen trioxide, NOs), lalulasiauinungnonlas
(dinitrogen pentoxide, N,Os), Wosdanlan (formaldehyde, HCHO), oy 5@ an lan
(acetaldehyde, CH;CHO), 8 &1m 1 (acetone, CH;COCH,), lalasiautuasaanlan
(hydrogen peroxide, H,0,), iuialalasidosoanlan (methyl hydroperoxide, CHsOOH),
nsatlaseanlaalunin (peroxynitric acid, HNO,NO,), nsalua3n (nitric acid, HNO5), u#ia
Tumsm (methyl nitrate, CH;ONO,) kaglUosoandosddaluinsn (peroxyacetyl nitrate,
CH;C(0)OONO,) fludu iinuiAsendulelsuluusseniatuans [14] Faduanvglid
mwnwaé’mam‘%a%’maLﬁawaamaw%m‘uﬁm (asthma) Lﬁmmmsﬁqumm'm?gu wazlu
suflanufenafivnai Wy sefuimzafiiniuannsararsveniuditalandanali
Fnfu (surface water) Wag1inu1aa (ground water) ﬁiséﬁ’umwmﬁuqﬁu, dlelAnnnsazin
Pudnethiigungdasasiililavevinuararsiedidunedu q gnagargoonulduniy
LLazmaLﬁquqﬁqwmﬁﬂﬁtﬁmiamamiﬂulﬁau‘umﬁ%%smﬂLmﬁiaqmmmmﬁ’mmmﬁéﬂ

AYDINSTIUVIR L DUAY [15]

Wavelength metres)

10712 10710 108 10:8 104 104
1020 1018 1016 1012 1010 102

Frequency (Hz)

V|5|ble Spectrum

sU 2.3 anaduvesnduusimantui [16]



Scattered
Sky
radiation

Direct
solar
radiation

Reflected
radiation

Scattering
by gases and
pariicles

reflected
radiation

U 2.4 Sdnvaneuvasiagieulunuialuussenia [14]

2.2 Uizsenfimuiutuvasaisuaulagenlan (CO, methanation)

iy (methane, CHy) Ao @15Us¥nauUTAnaINA1sas1eRus A auRsENIng 1
anduauezaeniifilauslnwduwuy sp® uaz 4 lelasaussnay Inedidnaseuly 2sp® 0os
Jvaveensuauazasanusednunudidnnsouly s easivaveslalasiay anwauzvad
sUsluanauUUIIRTEERTeR (tetrahedral) wanslugy 2.5 AauantAvienisamitugiues
wRatimulushusnaluanafien 16,04 nfuselua fanwzifuuialsidd lifnduigumaiives
WAYAUAUUTTEINA ﬁ@waammmﬁ' -182 DA wABYE 9aLAen -161.5 BIALTATYE

QUNNTINGF -82.5 DIAYALTHA AIUVUILUL 0.66 NFUFBENT dmTuAauTRNILATIvDY

9 Y

= 1 [

fmunuiiarsvsudivudldududszquau dulalasiauiivudlindulszguanuinnin
Hlowwinadidninsunidiafisiniiaisueu Tneadianinsunififvesarsuaunay
lalasiaudaussan 2.5 way 2.2 AUaisu waziinueinusyUsyaia 10.91 fAlauns
[17] msUszgnldvostimuannsolfiduasdiunsnaauenlndodelfidulouas szida
vonantudannsoldifuansiitunisnanansiadl wu waiues, aaslsody uazasuoy

waseaaslse Wudu wandluaunis (2.1) - (2.4)

CHs+ %2 N +nX — NH; + C + HX :X = halogen (2.1)
CHy+ %20, — CH;OH (2.2)
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CHs+ Cl, = CHsCl + HCL (2.3.1)
CHsCL+ Cl, = CH,Cl, + HCL (2.3.2)
CH,Cl, + Cl, = CHCl; + HCL (2.3.3)
CHq+ 4Cl, = CCl, + 4HCL (2.4)

5U 2.5 sUsuluanaluunnsaseavesiinu [18]

Uffsedmuuturesesveulaeanlenlulfizesinduresmivoulasenlassie
lelasiuluifufimuuasi Wnedinduufaseives Paul Sabatier wansluaunis (2.5) e
eumat (enthalpy, AH) Uszanas -165 Alagasielua (kK mol™) Faduliiseuuumenin
SoudiAnldrfiguvgiisn uazviufserndrsgaumgiilaiiAu 250-350 esrwaidea sl
ansamsilasuesnsuaulasenlas (CO, conversion) fidnunnnindesay 90 wasiie
n1sidenindimugs Ingdnsdiuvesuiainazusuliian Hy/CO, unndmsemiiy 4:1
ieliflssmeronninuiisenodrsauysaflunngamufuussena egnslsinmnisiiedl
wiudurasaiveulnoonledinagiiuiizen reverse water gas shift intudeidiogumnd
ﬁuawg'jﬁ'%mgq%ul,ﬁuﬂdw 350 pamwaldua inseluuizenviagaanuouidaieunal
Uszanas 41.2 Alagasielua dsmaliisnsnisideoniiesinuanasusiifiusnsinisidoniinves
msuouteuenled uandluaunis (2.6) fuisdimusnduiideddfusaufsenietaeia
UszdnSnnuasnsiinuielimuiutuvesasusulaeanles [19]

COxQ) + AH)(g) > CHylg) + 2H,0(g) (2.5)
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nalnnsiinufseimuiuturesaisveulaeanlasutseanidu 2 wuu Ysznause
wuuLBeules (associative) hazuuuwAnken (dissociative) nalnusnArsueussnauly
Asuaulaoanlydazduiudmunusoandinuuusisessueglusy (carbonate) 31nUY

a 4 fu a LY | aaa v [

sandlanvumsvaulneanlenduiulalasiau 2 expeuuuivesiussiseuamgadu
luianavesuineumsusuazyujnserdulalasiaudsulilduiinu dunalnfiaesie
Asuauaznaukazeandiaulumsveulasanledasfuiudasesfumedu mnduiusy
JEInATUsUNazandlauIzgnienaeniinlua1suelia (carbonyl) neuaIsUOUILYN

Uiﬁ%mﬁ‘lﬂﬁiﬂiL%ULUSEJUIUL%JU??IWIH [20, 21]

2.3 AseUf)isen (Catalyst)

o w

Y B e = o ¢ ¢ & A
AsiYeIntnuIeUsEnIsmamesiulaunaduesdiviutursinsusulneanlaniu@e

a aaa o v A A X = oo o & Awv a a a c{'
ﬂ']iLﬂW‘UQﬂiHWSQUﬂaULN@NQﬂJWﬂNQQ%u 9UANMUINTUNADUNUUTEANTAINATIUAYU

Y

a

vasp1sueulaeenleduaznisdoniiaiinuiianisldfissufiseniiasadnssmsevieli
Wuszinuandaldegaiivszdnsamnau visealdiiedudmuauliidonduaisiisenis
2.3.1 Yseunmnueaiisalf)isen

Aseufisenenitug (homogeneous catalyst) ﬂammﬂgﬂim 1n1A

¥

Ferfuansiaduuazarsndniud lnefideffonuannsassufatouazarusinie

lAzAseaTNARINITREN g ledaINSEAUYRINIINTENLFIVRIMILTIUS AT lusEULEY

(%
(Y

Fedanalviluanainnisvuiu (collision) Auansildvinu)isenlauinndt wenainiansaasiu
anunsanifasiumisiuug (active sites) flaguunnezmesilsnniiamaililsidanududu

AdpaldiuseufAzeoluvsummn wiiifeidsfeiaiiaiosnmnisainuiousiiuagnis

[
a v v Y a v

LendnIIUfAsedvatsaiulazaIsuandngaaddiunaulazIaINn 9uH19Y
AauRzendundnsiadiladneae
M3 ATeNTIsWUT (heterogeneous catalyst) ﬂamwwgﬂﬁmwmgmﬂ

a

Aafuansisdulazansuanfust lnefideffedamnuiunusensaanefigumgiuagay

Y

gedafianununiu saufsanansasendlsefiseduansaeiunazasuaniagioanann

tﬁ

lod1e Jsazandenisiluuszyndldlugpamnssy uiliveidefanisiselfisengninia

ﬁﬁ

(%
=1

AIEINUEITLNEDLTIUNATET Taudansinzfinfiumeninusou (sintering) Yaananlany

N

anvedinalnnisiinuisenlddaaudn Js9eainn1sfiny e WauIALaILITAYDIA TS

UfAsenlvtianuanunsaiiudy [22]



12

2.3.2 93AUENBUVDIRILIIUATEN
areshidusunsissfisenadimelilindnduaindenis fadusznou
sonaNNTLNZRaNISRAUASEN

Y v o v Yo 1 Y M yva v & A 1 a aaa LY
msessuiignliivelvisindeslinssiededlad dinduansnldifaufiseiu

'
=

anspuTndindethilaing lnemludneglusunatesdeuliseniu eenludvsenisuey,

1 '
Sa

fufiinann Snvietaeusulgnativsnmdaniuiou

afuayuduernouvieasuiinadntesfivieiiulseansamlviun
JaehinnuMssaisen nsidendnnne uagefiosnmiseufisen lngasnsyaneiieguy
MTessumeInuy

2.3.3 nzUIUNTL9a-198a (sol-gel process)

¥ '
Ya A aa

nsruiunslga-aatisumnudenldlunisdunseniangnaulisiauiies

<

Nnnsasilastieeenlyd faluismawssunligudeu, Arlddneliune, vinoumgien

Y

g
Y
§i

PN o w

uagiuszansam Tuvnefifidodinuisuse nsduinaindunsinserseninaiussiduuss
pggauisanunsngnunsniassviulassainsldie veninifesinumnnefimngauiee
ansnsnemuauadugnguld neddunounaeieuded uandusy 2.6 way 2.7

fumouusn msazareluanaasisduiiinsdunedwesluana
Tneyfideaniseieveuvian (activation)

fumauiiaes Twanadusaiulanzilusynirvuiaéansseu 1 89 2
uluns (polycondensation) A28KsIIUADIAING (van der waals forces) ualiitinnis
sudndusyninvunalng (agglomerate) 1iasa1nusandnseningUszaia (surface
charge) warAINMNgnzYaanelgwedLues (steric hindrance) Winidureaasen (colloid) Tu
dnwaziireuiriafiosudnszaesluiniasae

fumouiiany n1sadiaiaa (gelation) Aoazianisauutureang

Y

Araassmwalnnansazatelisulugadudnuaznisanaznaulaeviuiiiiaiinnisasulias
ANz 1w A1 pH, aamndl wieusuia Wudu Tunsvassiiujisenlalasladaduiu
o (% .. = o Y a Id U Ad o a Ié’
AUUASAHIT (rate-determining step) FsazyilmAalunissmsndanvuz Alngauresnis
=~ | | a ¢ S a Y A o |
Weoulgeseninamelgnediwes uonandfulinsesuiumsaiiuaalugduuududn wu n1s
wAasuuuidL n1sudesliinnaznau swudenmstulinatadudule Wudu

TupouNd AoN15L0934 (aging) tialilassasiafnnisiwenlesiy

' ' ~ a < A 1 1% a & ' o { oA
Y198 DLUBD LA NALUULIAN AU UU ‘Ui%ﬂ@‘UIUW]EJ’e]ﬂ 4 ?JUGIE]‘UEJ@EJI@LL?] 1. N1FAIULLUUN
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seiiesandunounounti 2. Msmasveea (syneresis-shrinkage) LLﬁaLﬁmﬂﬂiléImLaqaﬂfﬁ
ponangngu ansnsamunnlilasnsuiugampiinazidondniazae ey 3. sty
YWIAVDIFNTUVUIALEN (coarsening) Inensanmzneuvetlossunsinslulasneldfuiug
wyuiivuiadnann ansamualdanmsuiuimsazairiunsuSugumgiiuazan pH
4. gevhneemsasumalasnisdnaendnszneuiilidiosnisosn

Fumeudivih nsvilinauisuniseuuiilasnisssenieniseu

o

wuuingh Tuntiaznanfenisouniilngn1sssiere1fvinazaleoon TutuwsnunfRnu

YBNYDIIAILTLLMYDBNFUNUTAUNITANELBUNIA %qﬁ'm%’mﬁuqmmﬁ, ANLTUESE,
$n31n15lnavesenIafiiIvi wazILIAveNIa mﬂﬁ?usuaﬂmm%gﬂwmaﬂmﬂgmﬂu
Tnsstrediesnsiidiacnittunsunilasusualans (capillary forces) Wagvhazane
sziveenanlasatefeszdunieazyilisnsugnitiaeen uazgavhneiiduvesmaiiadous

wyuegzsueeansialy dwalilasiaisaznasmnanaluelsmg (xerogel)

a

UADUNYIA NNSYNMIALEDETAYNTLUIUNITNNANUSOU AD NS

Qe

<2

g iigaieyiliiinnisdnsziloulassaiislnivesgniu laeian1sidanylansen

a

& (dehydroxylation) Miwdoegeentuindwalilasavienadiuindudn antuiuinanis
I a a = . A4 o gyva & = a o X = a
neflaAdeanan (nucleation) eyl duiavoInanNadesTuLITIzANNIT R
ufuvedlans angnguLaziuiiias uazlerunswituoniaioaumginusseziaill
508 9 Nawiialulassaseiiatostu [23, 24]

Flocculate

Clear
. concentrated
Real solution

Invisible micelles
Clear solution

U 2.6 F5n1slea-waalaemluiieWlaTanueuia [23]
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Precursor(s), solvent(s).
water and catalyst

Y

Gel formation

i
Aging in mother
liquor

l

Washing

'

Drying process

Xerogel Aerogel
evaporation
( P ) (autoclave; CO5-

\ / extraction)

Stabilization

| Final material )

U 2.7 ddutuneunmsinsgumeisnisiva-laaiielaungedansnu [23]

2.3.4 NM3.AaRUR (impregnation)
ﬂ’]'ﬁLﬂaaUE:lﬂLﬂu%u01u35ﬂ73371ﬁ51.1ﬂ']'iLC‘]?EJiJmLiﬂUQﬂiEJ']LLUUTJﬁWUﬁ g

BT aNEETHIRY (precursors)Tummamma sanelagldusinmsiivnzauiiiissneiiay

¥ '
aa A

ﬂiuﬂ’]ﬁJGl’JVl’)W‘lJN’l“UENiWiu L‘W’eﬂ‘ViLﬂ@ﬂ’]iLsﬁaﬂJﬂiua’]uﬂuﬂU%@QLL%QVII?ILUUG]’J?@Q?UV]@JW

D.

FugauarUiunssnguitlidniuluvdeduiiedBneiefld S03d0uisiuguiiese
= \ '

nawaey, Iantes, Wawaesmldaeuintn wazdiaunsausunneag o Nazdsnase

1
ad a e

n1swssulinungauIsiliaunsamvauauandRuIUsen1sha n1swssunie3siias
ﬂausmmmsﬂumﬁmwmm‘dgﬂsm‘vﬂ,ﬁammngaﬁmmmmzswmqa Snsrandeuns
TaneAsaziiANUaINIsaNsaratetn s Wiy nastanglumse, Indelaneeaslsa wazinde

Tavzezdian Wudu Mulsiinasonsndumeisiuszneulumeguvnifazdsuasons

ATANEVDIANTAIAULALAUNLAVDIA1TAZA1Y UBNANNREITandusnUssudneae
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T3 euLUUNISAAaUHlall 2 Usenn Tawn Ussnnnsnniseasuilasuuden (wet
impregnation) U3unsasaraieazu1nninmsessuluaeudnemin wae 1dunIsinguesans

v |

menaminwenazlvinseunguNINURINTY 31NTUIINIateanlagn1sIENEUIAY d1u

' 1
< A o

Ussanfasadunisimdouilanuuilanned (incipient wetness impregnation) Feildunau
a a % I o Y a a1 Y A
NTRSENLUUREIAUUTEIANULINUALAE Az MuUAliUTUInTUsd1Tazatsdaln AR In3 o
Wesnindndeaillowisuiulsuinsgngu Tudiuvesdunsisenseninamsessuiuansisiu
nsAa Uz dInIenIe N nLarILANge TN TN 2918 MMY0IE TRIAUUUA T3S ULAA
TaRvu Ineaisaziansaanuannisniskanilasuleseuluaisazarsdunnuiive sid
[y a v 1 a dif XY 1 a a . . . =
seeFuneuiiingauna lnefasduagiual pH uazyalaladidnyn3n (isoelectric point) &4
wnefegainefiuszninaszquandulsegau wina1 pH sndaleledianvisnagyinli
a ¥ I3 ¥ = %4 a b4 1 1 1 1 a
Avtlulszauinuaiazisgalessulsyaaulimnizuuiont usvina1 pH genineleled
dnnanagvinliRantdulseausdiszfgalossuusequinlmniguuiontiun [25, 26]
wandlugy 2.8 Famneglunnegnsnaganuisadoulawuuaunis (2.7) winineglunneiua
a Yo & I3 1 a &a 1 a a A ! Y]
zdsulansannis (2.8) uenanileenlanvedlanzudazsianiailoladidnnsnunnaaiu

Tneuandly $1519 2.1

S-OH + H'A” € S-OH," A (2.7)
S-OH + B"OH ¢> S-O B"+ H,O (2.8)

zero point of charge

acid pH or basic pH
isoelectric point

U 2.8 dnwaznsgadulessunyaleledidnriniunmiensa (F1e) wasiua (1) [27]



A1519 2.1 Aleledidnysnvadlanzeanlanuisviin [27]

sanlyn AlaleBiann3n Qe LT
Sb,0s <0.4
WOj5 hydrous <0.5 Uszauan
SiO, hydrous 1.0-2.0
U305 ~0.0
MnO, 3.9-4.5
SnO, ~5.5
TiO, rutile, anatase ~6.0
Uo, 5.7-6.7 Uigfmﬂ
NI
Y Fe,Os 6.5-6.9 Uisﬁ;au
ZrO, hydrous ~6.7
CeO, hydrous ~6.75
Cr,05 hydrous 6.5-7.5
a,y ALOs 7.0-9.0
Y,0s5 ~8.9
a Fe,05 8.4-9.0
ZnO 8.7-9.7 Uszqau
La,O3 hydrous ~10.4

MgO 12.1-12.7
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2.3.5 nadenvosialalfizen (deactivation)
nsidenanmve s Iuiise e dwmalisanifinisnenmuasniaed
vosiussUAzenasuuUadly Suunussiannindesilidy
woewadls (poisoning) Ae N1sideNvewLIsUATeTelaummunannnis

ANTULT AT Y1159 (strong chemisorption) AUANSAIAY @1SWARS U nIoaztduans

Y
v Yy
[y <

Yuideudu 1 MUTUAUANULT I TIVDIRUSE ST Ra s UmILSIuAsen Fenalnildenaly
fumisiashignlafuuarlfissufizendeluld amnsadosiuldannisanuiumuesds
Vudouflazdmaenisnosseis

AzNSUAISUBLLAZNTIAALAN (fouling and coking) B N157idLS
UFATegnldanlunnedifosdusznevaiveugudninnisazaueguuiuiive i

i

ugnsululasaadavosinssu jiseinliansdwiudaluyhufasoniinaldld mnseniu
susssninervnadlunguduloudalugnguundivilvdisesiuunn divadaniesowmn
Ufnsaluazszuvegaann anunsadestulalaenisusunisvesufiseivanvay 1w n1s
FulavylUnauiletassudanisvensvunavesién uenaninisidenldfiseufiseiifsngu
yuelng AduisivasannsgaduveslAnldauiu

nsdeanindaennusen (thermal degradation) fie n1sudeuanni
Hunasnanangidmnuieu vilvudnvesiiiedhansanasusiud (sintering) foyma
%umimﬁuLLé’aamﬁuﬁﬂaf\Tﬂwaﬁm%’UﬂﬁLﬁmﬂgjﬁ%mm wonnfianufousivanunge
yhanessesfuliideaninludnvarnisimaevesgnguauriligodenuiiuruienty
aunsodeafulsinnnnisuiunny 1wy guvnlidiningavasumaiveslanzazdiovzaons
NapNTIUNUY 'vﬁaimnzﬂﬁﬁ%aWﬁﬁﬂg’lmmiaﬂ%am%mmmamgflLﬁﬁﬂfgjiw‘uLﬁaﬂmﬁ’umi
iR sdeumanedlanzeanlsd Snidirrasnisiinmavasusiutuioninnisse
vodloth usiu wandlugy 2.9

n91duanImiBana (mechanical failure) Ao N1sIdoNANNYDIFILTS
UFATouilorunszuLnaiBnaing 4 1y ﬂﬂiﬁugiﬂﬁquﬂzamﬁUizuumaaLmﬂﬁmﬁﬁ 3
naviufuesaInnsusseRussufAsonannnluninsal manssunnviodendiu
sgmineunAvsetuntsiiieunauanuadiadunavwindn sadanisgnineizeieves

A a 1 Y ! aaa Y N 13 o Y ] aan [
Iadlvadourudusaufisemnnlednsnisivanasienavilvduseufisegnineisuas

wnsousenluld anusadesiuldlpenismiuanunduswesiisujiseludunaunis
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duns1esi viseealdmuszanulutuneun1siugy wenanildmunsavinsduisnisiiunig

wBadanaliriuenvesiussuisersenisenfaamgiigud vl uaiag 19590157

Fresh pore Aged pore
Sintering
Poisoning
Fouling
© Support material @) PoisonParticle
® Metal particle ¢ Carbonaceous deposit

5U 2.9 fegnsideNan mveIiLseUfizen [28]

Y ] aaa a 1A Y s ¢ & =
misaufizeniiedhnelmuduresasvaulasenlendulanzesneulaad

[y

aeuANEILITanIsiUasuvesasuaulaeenlenssll Ru > Rh > Ni > Fe > Co > Os > Pt
> Ir > Mo > Pd > Ag > Au waglanuaANaINITan1staontAndinuasil Pd > Pt > Ir > Ni
> Rh > Co > Fe > Ru > Mo > Ag > Au [29] satiufiniiadudundalududenifidnaninia

mesnuAnuasatunisssufiselivuuduresnisveulaeenlyd dnvdianudunizee

'
= v A

nsiiauisenfimutungainieuiulanelinsynasiingu audadsmiuagmlade us

14
N A& o oa v da o

Wesnteidemedniinnisuasusiuiu Juilvunmidnnizanasmulume iwsizaziy
nsnUsEanEnmMeedusiselaendnindannistunisilusateslansganediuuian

'
Y o N a

15095UNTNUNRIge ArugAunIsUSuauLdiuseseninedadeshiiutandisessuli

NI
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2.4 lalag1u (Chitosan)
lalawu fie weodugamlsaluanalugainsssuwaniiauineglugas 300 f¢ 1000

Alannasu (kilodalton, kDa) Ausgiiuunaun lnglalagugniudeusunanladu (chitin)

Y

a

Featmunanwannranausasiulann uuag, ﬁ’m’ﬂuﬂmaﬂ%’%mL%w‘%amjmé’m’iﬁfﬂﬁmmaq,
vilnnszaes, laesmen wagiiing Jadunedweininuauifiddyfo vulounusssuua
(biorenewable), luifieudufiv, Wulinssedawandon (environmentally friendly), USush
Wniusenelailuedgned (biocompatible) uazaaesilaiodlusssuyd (biodegradable)
Gﬁagﬂﬁﬂiﬂﬂizqﬂﬂﬂwmﬂmu a9 Milolusfian (chelating agent) d1msun1swamun
Tinyjilsiduanunsaduivaasisamesea lusiu Tsiu uazlessulansdadunisuiuuge
flerdulstanmnsaltifudanienls (drug caren), Ysuusaitelfidutangadulany Aoy uay
Fodensudmsunmsiidnnings, nsiaunliduuiuuUzanuunauuylelnsaaiieling
AL ALLARHATULT Wy wial B udy waslinsussgndldaulududuedis
NI ULAT09d1974, INEATNTTY wagdrngsy Wud [30] faushnlaRuagnuldunn
Husdusuiiaessesanniwaglaa (cellulose) wivunallalasmilusssunaliidululunuma
Weanulaauy lﬂauﬁﬂgﬂLﬂﬁsugﬂlﬂL“‘ﬂulﬂimsmuﬁu’ﬂmn‘i%%laui%ﬁ wagdIsnsldansadl [31]
lassasaluanaveslafuuazlalaguuandluiy 2.10 lafuasidunisiiaiussues

1-4 linked 2-acetamido-2-deoxy-B-D-glucopyranose Mé’wmﬁ?uﬁam'%aulﬂimmumu
Fumausig 9 il

1. n1313alUsu (deproteinization) wieudulviiusanmelvalyifieuls
asonlen (sodium hydroxide, NaOH) Anuiiutusesay 3.5 919gaumail 65 aerwadea
Funan 2 Sluwdsedailazons

2. msidandousananseduvidieglussdusznoulnevihujizentunsa
lelnsnaa3n (hydrochloric, HCY Anuudiudu 1 Tuarsfigungiivies uan 30 unit 1%
aaﬂliﬂug‘dLLuuaﬁaﬁuw%éﬁasmaﬁﬂﬁ WU wAaeuAaalsa (calcium chloride, CaCly)
winaneduuiamsuelnoonlefudiddnailiayenn

3. n15n19Aa (decoloration) laaaninnl8osTlau (acetone, CHsCOCH,)
wdlendlaeldlaireulalunaslsy (sodium hypochlorite, NaOCl) psdudusesas 0.315
figaumniiviea idunan 5 uni

4. nsvihugisefevieiiaatu (deacetylation) Auwalewieulansanlas
anududusasas 50 Wuaan 30 uil udrdsdnsuazeuliui uandlugy 2.10 Tudupaunis

wissulalaguanlaiuazidunisidanglaiduriinesdfa (acetyl group, -COCH,) 0N
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a < 1 & v a = . P [y v ¢ o [
mﬂI:uLaqammﬂwgﬂqnﬁuwﬁumauu (amine group, -NH,) @9UAINUFUNUTHUTHUATINY
degree of deacetylation (DD) AU IINUTUI AL VU Vg LadumBNaTINYBIUTU
suntvgiefiusazmiesdRanniiy 100 mndan DD Mieendn 50 azgnszuindulafiu we

w1 DD fiAnannnda 50 Fuldavanunsassylddndulalagnu [32] wandugy 2.11

AautRMualivasialagy

~Wuesiiluneduganilsdiiuszneunielaseadiandnassfinglagifiu (D-
. o 1% I v I3
glucosamine) MlAlATIA519ADUTAUDTILT
- dauaiunsanisazanelanlunsns o 1wy nsawesiin (formic acid, HF), NTzULo
FRnaegnldazaslalawiueeg14ni1999n9 (acetic, CHCOOH), lalasaaasn (hydrochloric,
HCD wagnsalunin (nitric acid, HNOs) 713A1 pH A1n11 6.0 Feaunanisazaiy pKa o

(%

Tug29A1 pH 6.0 919 6.5 waltazangluin, fMrazaigdunid swudnsauisdalaun nse

v a

Fan13n (sulfuric acid, H,S0,) tasnsanaanain (phosphoric, HsPO,) uenaniaiidade
duildanarionisazarvedlalaenu Wy sunadl, arsazansiua, nandmsunisyuiazen
foziiaatu uazawinuny [usu

- faruainisanisiiludiidesainnisiduneddidninsladluniiznn
(polyelectrolytes)

- dululenedmesfidanuvuiuuveslessuingsie iinddlessuvindenis
Tuananglasniiy Fsanansalfidusneanaznoulnedulessuauvesluianady

- Uszneulushemyilsiduiiioshdenmsinjisoansausuusstusmsuidenas
1% (cross-linking) wazienludnvaeAanlniulassaafidudouls

- aunsnaiaiusylalnsiouneluluenadsralidiaumiingady

- mnnyilaidueiululasiasieglugualusneuiun (deprotonated) avUsyng s
ushumislididnasounieiiadlelnd (nucleophile) uiuuasulueglusuiliazans
Ny

- ansaldandunargaduluauATUNIINTBIRAENTERNHY

Aantan1ItInnuedlalagy

wva < a (2 1 ] 1 @ [ a |
- ﬂm%m‘U@ﬂWiLﬂu‘W@ﬁLiJEJ’i“U’Jﬂ']W, EJEJ836’181‘1«15’1\‘1ﬂ’18@8'1\‘1ﬂﬁ@@ﬂ8 LL@%iNLUUW‘HW@

1 o L4 Y @ 1 Y 1 =
3’1\‘1ﬂ’]EJ‘V]’]IViEﬁ’]lI’ﬁﬂL”U’]ﬂUiNﬂ’]EJlﬂL‘LJU@U'N@
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- YIBWRUADYAR AN LTLIGNAIBUN WU e uvien wasdieasuasigad

@379n52aN (osteoblast) [31, 33]

CHs CHs oH O%
o= oH o< +NaOH
H o o H o NHz o NH
HO HO HO
w0 %o S-a °© e d %% o d°
" 0=< " —CH,COONa o NH; o
CHj
Chitin Chitosan

U 2.10 naiinufisendezifiaatuvesiafiuluidulalagiu [32]

(&)

CH,OH
(5)}—0 — —
(1) 0 _ -
HO 0 -
(3) (2)
\ OH CH,0H
NH

L 0\ /OH_O \ CH,OH
/ 4 o0 oH

= /OH

] NH, /

CHs; L y
- — x
IilH
0
,.?" R

R= —C and x> 50% — chitin

CH,
R= —H and y > 50% — chitosan

U 2.11 Taseasluianaves (u) ladu wag (619) lalagu [30]
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2.5 Adeiiieadias

Sifontes wazAny [6] Anwinisldnedusaailsaluianalug (polysaccharide
macromolecules) sialalaguilundnuuliunnisduasizissuundnuiluvesansoudiou
pasn/enszlnuealnaslse (strontium ortho/hexagonal ferrites, Sr-Fe-O) laglilldansan
W3959R7 wulessulansviiaumanlenau (Fe®') uazansoudoulooau (Sr*') avUszngisa
Juuszinnnsndida (Lewis acid) uwanszanedaguulasiasnaeslalaguuinumgiediu
wazlansendadsazysengiduduainda (Lewis base) lnglovoulavzguinansazaiis
Wusziioieufuasleduraslalneny uaziinlasiaivansuseneudedouiliafesdnunse
Tassairsvunalngjveslans-lalawu feuazgniniigaumadl 800 ssmwaldoa ndansunll
nudygravestalaguuanadudyyuvedlassadreandnuuumnessonalng (perovskite)
SiFe0, 57 Wagianuzinaslsd (hexaferite) Sre;,04, TiilANMTUNENGS FadunisBudiuii
msduasgiszuulasaiamdnuilusiulalamuiniuldegisamysal

Song UazAMy [34] AnwINavedsn1snseudsalisenliniiasygiuinieids
lulasianl Ingldansasanenauvosasassulunszueniniaoy (Teflon-lined autoclave) 14

a IS &, I a ] v adq I
UNNLNITNAADY 150 aAwalded Wuan 15 Ui WIsuineunuIsn1siAga uleuuuy

q Y

=

\Wean (wet impregnation) U&339H W15 400 Bernwa@ea lunia 4 Talus
wuIsmslulasilvilvieunieutluvesiindfasglusuideulunseduguiasnssanedle

fAeguuituiivesmiseufiiten uenaniinuinisgeduialalasiauvesiisaujiseniinia

¥

a P aal a1 | aa 2 a v ) = a
R llu’]“l/]lﬁ]iﬂllﬂ'ﬂEJ']ﬁbLﬂJIﬂﬁL'J‘V\llIV’ﬂlﬂﬂﬂ'ﬂ']')ﬁﬂ']ilﬁa@umﬂ@ﬂ@nﬁl aQUﬂqﬁﬁﬂwqqmﬂQNﬂqﬁ

Y

pretreatment Wu319 450 asFwalded denaliirnisivdeuvesansueulaeenlengnning
400 wa 500 semgalied wanantiladnwuisefimuiutuvesnisveulnoanlynsisus

Yagaunil 200 84 400 eergalya nuANsiUdguveImiveulaeanlenvIeunig s

a < a 1

lulasianiSevay 91.6 Neamigil 325 serugadiod geninTsnisndouildediminisiasuves

Y

Asveulneenlenseuay 84.3 Nigamgil 350 asrwalfa Belundndudmuindusauiisen
ansaauaiesnInAN1siasuvesmsueulaeeanlensesay 91.6 Ngaumagil 325 o9
wanded W 72 4l

Xu agaue [35] AnwiUTununisiiudiatvayuslionaaidauuuiissugisen

]
a = o 1 =

UniNaaygilun 1993 mumawamiaazgmﬁamﬁu 0,1, 3,5, 8 uay 10 wuwananves
aaa A a a

nsiinufisendetiniiaeenledlaiinisnsyatedegrsasuunuiy wagliusingdyauves

[y

=

) s =2 a = ' Y1 a < 1% d' Y [ & a
LLﬁaL%Sﬂaaﬂl%ﬂijmﬂﬁagamuqﬁ]ﬂﬂ'ﬁ']'ﬂl@l')']m@L‘Uuiﬁiflﬁiqﬁmﬂﬁg‘iﬂﬁlm?@ﬂLUULU@L@EJ’J

Y
119997078193 BULUY evaporation induced self-assembly (EISA) TagiNuNR191LW

ee
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a

ag/lutae 210.7 89 240.7 a5 1alunssiansu NensrduwAaTsusazailiiluavindu 8 vl

Y

Ann1sasuvesrsuaulneanledgegn Wewinnisduiaadeutiannasaunseulud

wutuveeasuaulaoanlyfi udumenanisiasizvauduluanuRIsemnailnnig

a A

Wsunsugungiitienaaeunisaedureuianisuaulaeenled (CO, TPD) Bnviadsfnun

[ % L% (3 U !

LAz AMUIUNAINUTUAYR AL SRS NTinasaU fATeTmuiuty wudndvuiluuded

aada

Fapan>Eaica>Easca>Easc,>Eayoc>Eage, Wonanllgaumgingdigaveinisiianufisenns 350

Y

asrwaldea dainiswasuvesmsvaulneanlengeaniisesas 79 uarlaua1u1sanis

q

Weniindinugededesar 98 wananiunuInsduaseniniiaezgiunlusluuualuiuag

(spinel) Wvilvisuseufisenatiosnemusaunazlidouanmudildauly 50 Halug

a

Guilera WazAy [36] Anwrvdian siiudmatuayuuuinssliseniniiasygiun
Faduezgliurildlumsgraivnssnvidn Meth® 134 uazviadatuayuliun S50y
panlyn (CeO,), wauntusanlan (La,0s), B1utsauaanlan (Sm,0s), danseuesnlen
(v,0,) wazwodladenlneenled (210,) Afesay 15 Ingthwiin wuiinisnszaefvesia

aaa

aduayuuudssuisenawazlidwmadonnudundnvesadnifasenlyd dmsu
ANNANTANSENSAITURINSIANMaTvayuiln FSeueanlys, wauntuesnled, 31w
Seueanleduazdnnioueenled azeglusy B vesinifiaseanled (350 fi9 600 a9An
wardua) eniuwesladoylasenludiiliiAnmanisgniidniusunsizeagisudause
fudsesiu nMsfneUfATelimuuduresaniveulaoenledlunzaudu 5 unf 9
orumndl 200 A9 350 sernAlTea uandliiiuinsdulddatuayuilfnisiuasuyes
afvaulnoenludgstunitnisliiiy Snfsdenaliidnisideniniinugannnitdosay 99

o Y Y] a

wazalnnlvinanisiewvesansveulneenlenagn fe Mmatvayusidasaunidueanlys
a A ¢ a < 4 Y | aaa ! Y a [ VY

wasdiseueanten Wesniiuanuduualivnnuiadissuiizendamaliinnisdudaiu
nuaslu BNVANAIINAINITONITONTAITNoUNYIAT Lazn1InTEIeAIveITnLAg
wanantdseufisenaunsaasanimnisinuiserlulane 170 4alus meldnneveuia
lalasaudalndnuuty 550 daluiududiu

Garbarino kagAmy [37] AnwiUSurunIsRuAmIaTUaYUITaLAUNITIUUAILT
Ufjnsenilninasygiiun Navarlasdwmiinidu 0, 4, 14 way 37 wuanswlaveadniia
ganlyavindunsiseriuiiuiivesesgiuiuinninauntueenled wonandnisifuuay
iNIUSIaUunansfe Sevay 4 v 14 lesdmdnlidwasamatinifasonlenuazyinl
b4 a a [ s a1 ‘:’{ a b4 goj LY Y1
Sovaziindnuduresaisveulaoenlenimau lnensiuiesar 14 lngtminlidinis

Wasuresaniveulneanludgeaniisosas 86 Noaumgil 623 wAaiu (350 peAgalded) an
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& = a A 44 v - o N < v & a
allAnsidenifiailivuganeuiesas 100 WesanuauntdutieiinanuduudliLanug,
misaUiseazgduiinuiiudu uimnanluSunuasfesesas 37 Inguninasyili
waundudiuuuiusauisenasieiuseduinifauaziisesiusrgiundmalinanis
A 4 I3 & ] Y v o ¢ aaa A o A
Wasuvesasueulaeenlenanas uenantnuirmindenuiuduivesufiseilimuiudull

A7 80 Nlagasielua
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uni 3

A5N15NNa9Y

3.1 d@15.Adl

1) nsaLnaldeansd@nininitns1et (Glacial acetic acid; Analytical reagent grade;
CH5COOH; MW = 60.05; mmu’%awé%aaas 99.8; 3INUTEN QREC™: UsyinATITuaun)

2)F3eulunsaanazlamsninsnide (Cerium nitrate hexahydrate; Extra pure;
Ce(NO5)5-6H,0; MW = 434.23; mmﬁqwé%@aaz 98.5; 91nUT¥N Millipore corporation;
UsgineiLeosiu)

3)dnialuwmsaenasslawmsn (Nickel nitrate; NiINOs),-6H,0; MW = 290.79; A313
U%Ej%‘é%@ﬂaz 98.5; 31nUTEN Millipore corporation; Useinaleasii)

8) vrrndnloosy (de-ionized waten)

Sevaildeuluinsauilulainsn 1nsa3de (Aluminium nitrate nanohydrate;
Laboratory reagent; AUNO5);-9H,0; MW = 375.13; mmﬁqw%‘%asaz 98; AMNUTYN Ajax
Finechem UNILAB; UsglnAgoaasias)

6)uhan1suoulnoonlanludiden Sovar 30 lnausuins (30 %v/v Carbon dioxide
in helium (CO,/He); aMnUS¥w Praxair; Useindlne)

7) LLﬁ"ﬁ%‘Lﬁsmmmu%qw‘éqa Jo8az 99.999 lasUsu1ns (Ultra-high purity helium;
He; 91nUS®M Bangkok Industrial Gas; Uszinelne)

8)unalalmsiau (Hydrogen; Hy; S0ay 99.999 lagUSuins; 3nnusS¥n Thai
Industrial Gas Public; Useinelne)

9) upalBrulunsannsglawmsn (Calcium nitrate tetrahydrate; Ca(NO3),-4H,0; MW
= 236.15; mmu%qw%aaaz 99; INUIEN Ajax Finechem UNIVAR; Uszineiaguaun)

10) wauniunraslsdeunzlawmsn 1nTa3AIIE (Lanthanum chloride hepta-
hydrate; Analytical reagent grade; LaCl;-7H,0; MW = 371.38; mmu%qwé%aaaz 99.99;
INUIIN Ajax Finechem UNILAB; Useinafinguaun)

11) wonlufleulansonlen (Ammonium hydroxide; NH,OH; MW = 35.05; A214
U3avisoar 28.0-30.0; :INUTEM MACRON; Useinmanigoiu3n)

12) lnenlansenlen 1nsA3ASIZY (Sodium hydroxide; Analytical reagent grade;
NaOH; MW = 40.00; mmu’%ajwé%’aaas 99; INUTEN QREC™: UseinATITLLAUR)

13) lemran% (Quartz wool; 1MNUIEN Grace; Useinaansgaiasna)



26

14) lalaenu (Chitosan; degree of deacetylation 5owag 95; MW Wy = 75,000 ¢

mol™; 91nu3Em S.Y.K. Enterprise Co., Ltd.; Usginaldniu)

3.2 Januazaunsal
1) AEAEIENS (weighing paper, Whiteman)
2) nszaueiiiiesdadumines (universal indicator) §%0 MQuant®, I1NUSIW
Millipore corporation, Usgineiteasiii)
3) WIALNIlEans (glass bottle)
4) ANAY (forceps)
5) AewnuwosAndulot (water trap condenser)
Yousingns (spatula)
i (ice bucket)
ananaRnduden (plastic zip lock bag)
YUide (pipette tip)
10) vioAnd (quartz column) s UAUGNA 10 Taduns
11) Y9814 (rubber tube)
12) wanasinie111s (plastic wrap)
13) w3ei Loun Snunes (beaker), nszuanms (cylinder), uvisniaAy (stirring
rod), N$28UM (glass funnel), aannen (dropper) kazwininusuIns (volumetric flask)
14) mulouiauseu (heating tape)
15) frensuidomunnudeu (crucible)
16) Wilausdrdnniuens (magnetic bar)
17) WHUWI5WEN (PARAFILM® M)

18) HuLlaloY JJ g3 (aluminium foil)

19) Ins3um (agate mortar)

3.3 1A309%0
1) Juguingveamaiuuuiavie (peristaltic pump) 898 Masterflex® §u easy-load
USEANAANIFOITN

2) \w309MIUENTLALl (magnetic stirrer) U C-MAG HS 7 8% ika Useinaigasiiy
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3) 1A399AIUANENTINTINA (mass flow controller, MFC) Ju AFC 26 wanlagu3tm
AALBORG INSTRUMENTS & CONTROLS, Inc. Usgineitauunsn

1) \n3estanaiion 2 funis (digital balance) $u GF-2000 HAnlABUTEN ARD
Company, Limited Usginasangy

5) 1n30adaaziBen 4 sumis (analytical balance) u ME 204 wanlagu3ey
METTLER TOLEDO Ussinaainigashaus

6) Lﬂ%‘laaﬂ?ilul,ﬁsmm'mﬁqq (portable ultrasonic cleaner) S NXPC 'iq'u NXP-2010
Usenenviale

7) 13093ndns51n15lua (flow meter) $u ADM 1000 nanlasuTem Agilent
Technologies Usyineanigaiisni

8) 19118U (oven) NANLALUIEN memmert UseimneLeasiiu

9) W1 (furnace) NAALABUTEN CARBOLITE UsemAsangy

10) TulasUwUm (micropipette) 8% o Thermo Fisher Scientific 3U Labpipette

USEANAANIFOITN

3.4 3/N15NAADY
3.4.1 MmIduargsiiisesiverglueseulaewivuulalagiuy
funeumandousisesivorgiunlaelduiuuulalnsudeislsana (ol

gel) #A8msin Tl wazuanasagy 3.1

1) W38UA1I5aLaNENTARETANANNINTIUSDEaY 2 lagdSuins (2
%v/v) MNnsanaduasrdinasluriaiauSunnsuuin 200 fadans MntuIsdiansazany
nsnezdRnTinioulaadludnnes

2)  Fundslalaeu 4.0 nfundimasluansazarensnesdnnmududy
Sovaz 2 lneUSuns Yatndnneseenaainrosmsifiedestunisssmevesnsnozdnn
wEnudAuioumgiivieslaslfvisdmdnsinduiniesniuasiadezldamsazaslad
N RRNRRM!

3) 1 AUNO,):-9H,0 Uszanas 185 n$u (0.0493 Tua) Wisnavaneluth
minlesauuSuns 10 Nadans

4) mmiazmmmazgﬁLﬁamlaaauaaslua’rﬁazawiﬂimﬂuﬁLm%mléf
Tude 2) 41 9 Saufunismuasivararadwiodersu anduisnuasararedelngld

AN 90 wiiliansavawezgiiden-lalagnuy
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5) wisuansazanekauluiieulansenlan NAUINTY 3 SEAU LALA
3, 5 way 7 Wwans wazarsazarvlaneulansanlas Aeududy 7 1uans YSuins 400

RGN

pmd)]

6) venasazawergiidou-lalaguiiwieuldlude 4) iutuguine
YaUNRAILUUIAMDasluaITaLA8IUEN89RIINTWER 0.13 Jadansnoluryl uazulu
ansaransantaundnnesduAy

7 Sefeusadvniwiodlddeiiialossuaud pH iJunans

8) eaumsiwiouldigumgll 80 asrnwadealuian 24 Hlusudnrd
me81&1’ﬂ133U3581ﬂ1ﬂ17iqmmqﬁ 350 parnwadeadunan 6 9319 (é’m'}mnﬁmqmmﬁ
3 94AYALTYERDUNT)

9) uanAnSuTTIlsogtazBunauldnanSeTianwaz I unme g ed
frvanun 6 iln wazlidelu Support 3M NH.OH, Support 5M NH,OH, Support 7M

NH4OH wagSupport 7M NaOH
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18.5 g AlINO3)5-9H,0 dissolved in

10.0 ml deionized water

— Slowly added and stirred

\ 4

4 g Chitosan dissolved in

200 ml of 2 %v/v acetic acid

— Stirred for 90 min

— Slowly added and stirred

A\ 4

1) NH4OH: 3M, 5M and 7M

2) NaOH: 7™M

— Immersed overnight
— Washed with deionized
— Dried at 80 °C for 24 h

— Calcined at 350 °C, 6 h, 3 °C/min

A 4

[ Black powder support ]

5U 3.1 wnunmmsduneiisessvesaiiulaglduiuuulalagumeislvaa

3.4.2 NMsduATwRiIsUgis ez uliniiavumsessuergiivieseulaguiiuy
el
nsduasgianssufitoudazeialdgninunduosaslnetminyes
fnifafes3095vU (nickel/support) lauA 4, 7, 10 waz 14 meisnsiadeuilauuuden (wet
impregnation method) f3nswieudsil uazuansiegy 3.2
1) %3 NINO,),-6H,0 titelfldimtinvesinifasofsesiusouandly
91579 3.1 udazarglutiindnlessuusung 10 fadansfigungifesiagliuiauingn

] Y] d' = % a a v
3'Jllﬂ‘ULﬂi@ﬂﬂ'Jua']ﬁLﬂﬂJ"ﬂuvLﬂa’ﬁagaqEJIﬂﬂLEUFJ']LSUQJ
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2)  Faedrsessuuivin 2 nfulagldludTuiainvniuy wainasly
ansararefwsedlalute 1) ntuIdahmewiuUarevaiiliey

3)  dilUdiesespauldssnnudaaneliiinnisnszatedivesians i
X a o o & d
NuRIveIisassullunal 60 wnil

4 dlusgmeuriduwmiavaungll 80 aerwallisann1izuITeInIa
Dunan 16 Falus

5  vasnssufise i dumsasBeaudniluenmeldnnzusseiniad

a = &, 1Y) Y N a =~ ] =

9aunQil 400 aamwalealuna 4 1ilus @nsnisiiugamgil 3 asriaideasnounl) 9y
Londndnandudusaisergruiinfavuisessvezaiiunioulneuduuulalaguiinans

Tumnsne 3.1

M1919 3.1 dadiunisidansasiuiiedunmeidusaujiseguiniiauuiisesiusaiiun

wssdlnkdwuulalaenu

UALA/MIT995U Ni(NO3),-6H,0 oy . Fovflamise
. —— YHnFI59I5Y o
(So8a2) witin (n$0) | lua (x10%) Ufnzen
a4 0.33 1.13 M NH,OH 4 Ni 7M NH,OH
7 0.66 2.26 M NH,OH 7 Ni 7TM NH4OH

3M NH4sOH | 10 Ni 3M NH4OH

5M NH,OH | 10 Ni 5M NH,OH

10 0.99 3.40
TM NH4,OH | 10 Ni 7M NH,OH

7M NaOH 10 Ni 7M NaOH

14 1.32 4.55 7TM NH,OH | 14 Ni 7M NH,OH
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[ 2 ¢ of support ]

v

Ni(NO3),-6H,0 dissolved in

10.0 ml deionized water

— Sonicated for 60 min
— Dried at 80 °C for 24 h

— Calcined at 400 °C, 4 h, 3 °C/min

\ 4

[ XN|/A[203 ]

U 3.2 wunnnsdaneiaseuiiseguiinfavuiisessuergiiunseulaeusdiuule

T uA283sIAaDURMWUULTEN

3.4.3 NMsduATwARIsUgNsugIulninaTuiumativayuuuiisesiusgiiun
wizulngwinuulalagu
nsdanseifussufiseudasainldgnimunduosasinsimiinues
iniAasiefa5095U (nickel/support) Ao 10 wazmseudiatuvayy 3 vlialdun Cao, CeO,
La La,0, fodesazlngiminvedanzrefisesiuie 10 W3sur1u3IznsAdoURiLUY
e (wet impregnation method) SA3n1si3endsll waziansdsgy 3.3
1) Favmin Ni(NO5),-6H,0 tag Ca(NO3),-4H,0, Ce(NO3)s-6H,0 %39
LaCly 7TH,0 titelild i windananslunise 3.2 udrazarslutniidnlessuusuing 10
fiaddnsfigamgiivieslasliuviausindnsmiviniesmuamsiadouldamsazansladidendy
2)  damsssesiuiwdesluasaranewesludeolansonles anududu
3 Tuand vantdn 2 nfulaeldluvsuadivindy wdmaduaisazareindoulalude 1)
MniFalahdeusumergiides
3) hlddiedesnaudsinnuigaiieliiianisnszanefveslansin
Nufhweshsesiuduna 60 wifl
1) shluszmeuslumeugumgil 80 ssmwadeafinnzusseinia

Wuan 16 Hlus
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5 uasusaufiseiilunsaziBeaudiinluunanglinizusseiniai
gl 400 esrnwaldualuig 4 1alus (Bnsnisiingangll 3 esewaduanownd) vy
lonanduadudussjisergrudnfasiududatiuayuuuisesiuezglivunseulay

wauulalpwusLanalun1gIe 3.2

[ 2 g of 3M NH4OH support ]

\ 4

Ni(NO5),6H,0 and Ca(NO),-4H,0/ Ce(NO,)56H,0/ LaCly 7H,0

dissolved in 10.0 ml deionized water

— Sonicated for 60 min
— Dried at 80 °C for 24 h

— Calcined at 400 °C, 4 h, 3 °C/min

~ 4

[ aCaO/CeOz/LaZO3 XN|/A[203 ]

5U 3.3 uNunMNsHUATIERRISIU s ez ulinfasuiumatuauuuuiisessuasginn

wssilakdwuulalasnusedsieaauilauulen

M1919 3.2 dadiunisidansnsiuiiedansendusauisenguiinfasiuiuiadvayuuy

a

msessusraiiunwivdluasarasuenludeylansonlen arududy 3 luans

Houiln lua (x10%)
AU | Ni(NOs),6H,0 | CalNO3),4H,0 | Ce(NOs)56H,0 | LaCly7H,0
10Ca0 10 Ni
4.26 4.46 - -
3M NHLOH
10Ce0, 10 Ni
4.26 - 1.45 -
3M NH,OH
10La,05 10 Ni
4.26 - - 0.767
3M NH,OH
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3.5 MINATINANANBULLANIZVBIRSIULATEN
3.5.1 wallan1sideuussdiend (X-ray diffraction, XRD)
wailansidenuusidendldunisumeianlideyaneiulaseasnmis

e wvesisansiilunanuazedugiulasorfomeiianisnszidessdond (xray scattering)

FeldTniunquezuuadugiu drunudussileunsluszezdy, 810 uaziad 59089013

'
=

N3¥eMuAzANYzLaNIz0i Ul (defect) FfnwINIun1saeIuuYeIsIdONG 110593
BNINTINGIUgIMNNIENUTRgUaLAANIINIZIRUUEAVELAzANsanTIvdeUlAELATe N
MY QYIS IFRTINADAANUTUYDIFIF (intensity) 1NTLTIDONUITIUIUNINLASLETY

[
U ] U a

AUVIBUNULUUDINITLAEI UL (20) Iaduaunasunisiaeauy NAIUIMNAINSIREAULVDS

3

[
v 1 (3 =

$adend1on59A (monochromatic) s uTunEniauysalvesfegraduluaiungues
wusnA (Bragg’s law) [38] luaunisit 3.1 é’m%’umﬁﬂ%’a?ﬂ,??ml,umﬁ@%ulé’mw'1317’1'3@ 0 Ue3
Yefagiiou (reflection) wirfuym 6 vasssdnnnaznuuandlusy 3.4 yddeiinsesiaut
Falassadrevesietalnuiniediinsiginisiaeuusedond (eray diffractometer) 8%
Bruker §u D8 Discover Useinaanigonini uandlugy 3.5 Jsimunnnzlunsiasgild
Tiimnugmeaufadionduiin Cu Ka (ANB1IARUYINAY 15606 Saanses) wsadulniih 40
Alaliad nszuwalviiln 40 Taduouuwys 9n5In15auwNY 0.02 93AIRBIUIT LATYUVDINIT
Aeauu (20) Tutdhs 5 81 80 asm mMawdsufetnsdmsunsine ke udiegndlius
alnuazldlnssunarsdedsliddnvaslunsaziBanudrussqasiudesldaisiodis
(sample holder) 9ndulnfanivesasfegdldiioudonsyanalad naasuuainld
fegraudhluusznsuvuwiuNdiegsredaies udUIsulfisudeyasuuuunis
Aenuufildiusuuuunisidsnuunnsgiuresansusenauain The Joint Committee on

< v °

Powder Diffraction standard (JCPDs data) Mlugnudeyauinsgiudmsviesizinua
Yaansillasurisveniianseiuwazinududuivsaenanesiuniin, vanlasasiewdn
wammuilunan wanandanu1sauinainse i beumuiamanlfidanseasnele wu

S¥U¥IEINTEUIU (d-spacing) LazuuaNaNntaday (average crystallite size) {umu



1
Plane normal

o

d

o—'o

R —O—0—0—O0—0—0—0—~

U 3.4 madenuuisddndlaendnmungueiusnd (38]

5U 3.5 (§19) iw3elnTeilagnsideuussdienduay (131) diuveigveunIesiloing

(goniometer) ?iﬁa Bruker iq'u D8 Discover [39, 40]

mumimivﬁﬁmmmamﬂﬁmmﬂﬁmmmﬁﬁmﬂmf

1) ngueaskusna (Bragg’s law)
nA = 2d sin 6 (3.1)

We  n Ae duAUIRINSaLYIau (order of reflection)

A f9 MNeIRaUYRISIELONG (wavelength) wiie ssanseu (A%)

34
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d Ap P09TEUENINTEIINTTUNUBEALRITUY (d-spacing) e BianTau (A°)
0 Ao YuYBITIEENTANNTENUAUTEUIUNEN (angle between the x-ray and lattice

plane) e 996 (A°)

2) WDITLHLYNILNINTLU (d-spacing)

a
Cubic: A = W
a
Tetragonal: dhkl:\/h2+k2+12(a2/c2)

a o

e dy AB YossvErrieseninessunurlawmgliuneylniu (d-spacing)
a A9 YuIALaduIY (unit cell parameter)

h, k, | Aa suisiaees (miller indices)

3)  VUIAKANLAAY

5 KA
P BcosB

e Dy Ao VUIAKANLREY (average crystallite size)
K fia winimasgunsa (shape factor)

B Ao AUNINTIANUgIRsanilsvesiia (full width at half maximum)

3.5.2 wATANTATIE M0 IAINTeY (Thermogravimetric analysis)
watanIwnseileumgiianuseuldinseinisuasuwlaiaro s

avesdusznaullelinnuiounia1siieg1s awnsafnyiadesnimnaauiouvesianta

<

Jueded nuideildinTediinsegnilegungiainuieu (thermogravimetric analyzer)

¥

8%e Perkin Elmer Ju TGA 8000 Usgimnaanigaiusniuandtusy 3.6 noun1siAsigiagas
szuvimastiuiesnuszuulelewesuaa (isothermal) M 19.84 aeAwaLTed AU

nYefrog19UsEuI 10 TadnFuussasluainsulszianesiiin (ceramic pan) ka?

UENBUMINULASIILASIEMTIDUNNTAIINS DU ILATILYNY99 MO0 30-1000 DIAT
9 Y

9 Y

WA HANIEERIINITANRUAT 10 a3AwAlanaul e ATIEVEouNauURILA 1000-
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30 PIAYATEANIETNTINTANGUNNE 50 DeATAIBeaRaul Tussuuveliaeaniay
(sample purge) NensINTINa 50 Hadansnoudt sadvszvuwialatuvesialulasiaun
19m31n15t9a 50 HadanTeouldl d@rulialavesdiuszuud (system purge) Taufa

Tulnsauniisnsinisiva 40 Nadanssauld

>

sU 3.6 IeBasTiAT1zsiBegamniianuieu Bve Perkin Elmer u TGA 8000 [41]

3.5.3 wialansgadusiewiialulagiau (Nitrogen physisorption)
fufifns iz Uiinesgngu uesrunadurinugudnangnguaisvesiiogg
gnlnsieidienisianisgadu-n1saisuialulnaau Tneldiedosinituiiiawazaunsy
(surface area and porosity analyzer) 840 Micromeritric sq'u ASAP 2020 ‘meﬂmﬁ%ﬁ—

auisnuanslugy 3.7 lneisuaindeiegausyanu 0.06 nfuusslunaeniegie Tunay

al

wsnaziiinusouigamgiilui 300 esmwadea neldnzayayinie Wunal 60 uiil

9 U

'
1% Y a a

MmednsINsiitaumngil 10 esrgaleaneui Welamudunasduievuignanduuy

Y
[ I

i MntuInihnFeseifigamgl -196 ssmwadea Weudalulnsaundeudluuas
uhafindoogluiiuiiiudngaunasAanaisosufalulanau Tnemndsauufigiuinnisge
Furasufafntuitiiui; mashqéfmén%Lﬁuﬂ‘%mmﬁaluimwuﬁgﬂQm%’uuuﬁuﬁa ns
sw1unainmadanisiesgiuandiiiulelefisuresnisgadunagnisaedy
(adsorption and desorption isotherm) FInaonIEwInemUFuEInS (relative pressure,
P/Py) st 7.17x10° &4 0.984 isufuUuuuiaiigngadu dmfuiufiiaduwizgn
AMUIMNIUANNTT Brunauer-Emmett-Teller (BET) d3uUSU1ATINTY UagYUIALAUNIY
AUGNAIITNIUY 1@y ANATUIUNIUAUNS Barret-Joyner-Halenda (BJH pore size

distribution)
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......

Programmable two-
station degas system

L

Isothermal jacket

Vacuum cold trap

Long-duration Dewar
(more than 72 hours)

s 3.7 infesiniiuiinauasaumgu 8o Micromeritric ASAP 2020 [42)

3.5.4 wmalian1snsgriesnlszneusigarsven lalasiau waslulasiau (CHN
elemental analysis)
nMaeTeRiemaiansinsziesdlsenausiniivinnindesiufions
wisheesneluussenianiaeandiaunelinisnugunnizvesnismaasdinadilaun
ANUAY, BNNE LazUInTms LLé’agﬂ%m’iu%ﬂ%umiLwﬂuﬁa (separation zone) 1uufid
asuaulasonlas (CO,), o1 (H,0) uaglulasiau (N,) Lﬁ'awqLsﬁwgiﬁl,ﬂnﬂl,ma%é"sal,t,ﬁ”a%ﬁau
e illdiaiosiinseviesdusznousts (CHN analyzer) 8% Perkin Elmer u EA 2400
Series Il UszimAamigoiuimuandlusy 3.8 Bulnsizdannstssogisuszanas 0.002 niu

UssasluiuAyn (tin foil) annuuiulnssuseswdtlulassieg ey 2 AT

5U 3.8 Ia3esilnTeieadUsznous) Bvie Perkin Elmer EA 2400 Series II [43]
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3.5.5 walianslusunsugumgiivenaaaun1ssandu (Temperature programmed
reduction, TPR)

s (% [}

n1sAnwIANLEINTaNITYNIAIEeIiT U AT vemallAn1TlUTUATY

a A

Y N o Y e i aa & % & a
DEUNRNULNDNAFDUNITINNVU "USELGZJLLﬂa‘l?JI@ﬁLQULW@ﬂ@EJ i 5@3%Ia1ﬂgaaﬂ1“ﬂ@Uu‘WUN'§6ﬂ@\1

Fussiisetomnudfnuanuannsonisgnimdideuiuasugamgl ansaldidie
vsvonuaveslangfriashifinszifudsesfuld luawifeidldieiosgaduniaad
(chemisorption analyzer) §%e Micromeritics 3U Auto-Chem Il 2920 UsginFanigaiisng
wanalusy 3.9 Tadygyrunlgimamasyiianisuiaiiuseu (thermal conductivity
detector, TCD) N5LAS8UAIDE AN UNITIATIENILDUAIDE 19 LT IsdtnLal tglnssun
asogelvdanwaziduniasiBen dafgrniminuszann 0.06 n$u ussgatluvase
AendsUing (U-tube) fisoselomand antuisszneuvaendluluwmwlieuiou
Ussunvries (clamshell furnace) fawudiasgiagymariidnautusazdnieuufigady
vutufnvesfogisienisliaudou (pretreatment) figauvindl 400 osrwaidoa Loy
nan 60 wit meldusseimemeanianisney (A) fdnsinislva 50 Sadanssiounit udds
angaumgliaande 100 ssrmiwadea witandulouufalalnsiauluenineu (10% H, in A)
ednsnisiva 10 faddnsseund tunan 10 wril WeasunaRdmuALAzITUUALTRS
Buvhn1slinsgidaus 100 ssaeaidea dWuguugiliuniegidluauia 900 aaa
waldua sednsnsiingumgll 10 ssmwaldyaseundl uarganiigimanemeouia

913nou AdyaIN1sUIAUTeY (TCD signal) Azgnuasniisuiugungiivinliauise

serunaluguiuunsidnduilioiugamgl (TPR profile)

suU 3.9 i3esgadumaied] 8o Micromeritics AutoChem Il 2920 [44)
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356 LmﬁﬂmﬂﬂmmuqmmﬁLﬁammaaumﬁma%u (Temperature programmed
desorption, TPD)

[

ﬂ’]'ﬁﬁﬂ‘w’lﬁ’muLﬂUﬂiﬂuuﬁua’maﬂ@hLﬁlﬁ‘daﬁ%ﬂ’](ﬂ’sEJLVIﬂﬁﬂﬂ’l'ﬁIU'iLLﬂiJJ
gungiifionnaounisaiedy sxldufauouluifeodioligaduuuiiuinvesiuseujzen
FanuaudAnwinisnedurssuiadiousuisugungi Seanunsnvaen Auuses
fumsnsnuuiiuiaveaidsufjazenld suideildindosgadunaadl (chemisorption
analyzer) 8%e Micromeritics U Auto-Chem Il 2920 Uszinaansgatsnuanslugy 3.9 in

U 1%

Fyaraefmamestianisinainudeu (thermal conductivity detector, TCD) Fsdaen
wiinUszanm 0.06 ndu ussasluvaennrendsUiy (u-tube) fisosieloniond a1ntu
ausznaunasailylumenlvaiuseulssiandves (clamshell furnace) neudiAsiey
aginsminanuiuuasiniovuiigaduuuiiufinvesiiegiadenislianuiou
(pretreatment) figaumgil 400 sarmiwaidva e 30 w1t Medasinisiiinganad 10
ssmwaBeadeui meldussemaveaufiadidon (He) Msnsinislua 50 Saddnssound
ué3sangamglanvde 50 esruwaidea ndsnniudeuufauoulandeludiden (10% NH;
in He) shdnsnisiva 10 fadansseunit iWuian 30 writ Weasunaiidvuadeuufa
Bldensednsinislua 50 fadanssounit Wunan 30 uidl e dnuAaueuludeilignge
duganatnsruy esvuuasiitaduhmsliesgyiioud 50 aseiaidea inguundlviun
fhegndluaufia 800 esmiwalTea sesnsnsiiingamgil 10 ssrwaleasoundt 1Wua
30 Wi wazgnudEAmAmasmELidenneu AdyaIunisUiAuTeu (TCD signal) 3¢

Y

gnnaeafisuivgamaiiviiiaunsasenunailugluuunismeuiawenludonugamg i

Y

sy (NHo-TPD profile)

3.6 NMINAFaUANNEINITANISIAAURSESmULYY (Catalytic activities tests)
N15AN¥IANAINNTANITSIU AT TmuuTuYeR s A engrulinifauusn
sosfuorgiiuaioalnousiuuulalagiu Buaindeinegnadminyszana 0.02 nfuussgas
Tuviemendfisesnelomendanumuiuszana 1 wuiiues whlasuuuvesnsdutifele
mesdaumuUszn 1 isufmmsidiedosiunisiilnavesinsefiser antulseney
sioiirfumisnlfnufourennufingal (reactor) Buvhmatidamutuuardaiouuiign
Fuvuituiy Mudsmdlangiieshvesiusiiselnonislianudeu (pretreatment)
monisteunfalelasiau (Hy) drednsinisiua 40 fiaddnssounst fguugll 450 8

waea Wuna 60 U NAANATUANRUALAITUSNITAaguAaUDILAaBIasY (He) wae



40

asvaulpeanlad (CO,) Snsmisiva 50 uaz 10 Sadansdourfiaudwuiiielilasnsndu
voalalasiausemsuaulaeanten (H, to CO,) SaAwnnnu 4:1 mﬂﬁ?uﬁﬂmﬂﬁﬁ%mﬁmmu%’u
figamadl 200, 225, 250, 275, 300, 325, 350, 375, 400, 425 Way 450 parnvATed Ing
Wiafleananszuvazriureumumesuiiosndulotneuflasdndrdeseoulaiuialas
11N 577 (online gas chromatography) 8%e Shimadzu 31 GC-2014 AT nanlagusen
Bara Scientific ﬂﬁzmmﬂ@uam‘lugﬂ 3.10 lngldnoauuvila ShinCarbonST wadudeyay e
MgmAWasTan1sUIAINToULTILARINAlUTULUUNTNARR TENINT A F By 1N 1510
aufeuisufiuianimudu (retention time) Mnuussfundyyraniuildnsmud,
srenuduAinisudsuresafueulaeenlad (CO, conversion) wagAuaINNIANTSEDN
\ndlnu (CH, selectivity) uaﬂmﬂﬁé’qﬁﬂmm’mLaaEJsLﬁagﬂiﬂuﬂﬁﬁ%mﬂunmmuﬁa
muanansansinduan v lneussuazUsenaudiiuwnuinsalivilounisviiujisen

Unfwsazyiufisenfiaamall 325 esrmwaed Wuan 24 93lus

sU 3.10 in3eaufalasuilnng1il 8%e Shimadzu Ju GC-2014 AT [45)

C(C0,,in) — C(CO,0ut)

Anslasuvasmsuaulaeanlen (CO, conversion) = Com
COyin

C(cHy

ANISaRAAAIWY (CH, selectivity) = —————
‘ 4 C(co) + C(cHy
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uni 4

NANISNNADILAZIATUNANITNARDY

4.1 M1TIATIENANANBALANIZYDIRNIIUGTE1

4.1.1 IATILAATIASNANMILNATANITLAYIUUS IFBND

]
a =

nsAnwlaTsa NI nYeIRanmsesTuaraiiu s sulagldusdiuy
lalawusigmalianisdenvusidendlugluuvanasunisienvuidenduanslusy 4.1
o X Y v v = s Y v s
dledugudisesiumeansazatsueuluillvulansenleniaududu 3, 5 uaz 7 luans

Usngiluaunesunisiaeiivusidiendnianuduvesdyqiauiasdnyaeguiafining

= o IS U

YosunuINoEgiu (y-ALO,) Aanandundns Fuduldanarwduiusseninsdumisy
193n15 RNV (26) ﬁ’ummL%’ué’mﬂ’wéﬁaamé’mﬁugﬂqumil,gmLuummgmmm
ansUsEneuauil (JCPDs card number) 29-0063 Tagiigusandnuuumsagnuind (cubic) 7
fuvis 20 Uszanw 19.7, 37.5,39.0, 45.8 war 66.6 891 dagnszylidusduuunis
Aoruuresssununanyia (111), (311), (222), (400) uag (440) muardy [46] uonaniiay
Funmdiuenuduvesdyyaneuiasfialiiudsunlanileuiuanududuvesasarans
woulndenilonsonled Fsornamldhnnubunnvesiisestverglulafuiuarududy
yosansazarousnluionlonsenled fsesiuazgnuniigumgiias 350 ssmwaidea Wu
nan 6 Hilus Mndnvazvesannsuhlinsuinnisaislassinevesegiiundisinmlsl
Huszidougs Wesnnanlassairsvedlalimuiiusenoulufenyiladduriinedu (amine
group, -NH,) wazafinlensenda (hydroxyl group, -OH) G?fﬂﬁﬂﬁ%’ﬂﬁméhl,t,uuejmazLﬁmﬁu
fhsesfuidamnuuszideui Tnefinansauddefinesuismmaunsoidanduilesdly
Tnssadavesdruedusulidisiiuanuannsonisiinufaseliundussujazeldse
[47] dwdushsessuiimdoulngldansazaeluoulansenlodianududu 7 Tuans ndulsl
Usn gy nesunusiergiul wulilesdynyuiidmumlsmvesnisdsiuuiiussanm

25.6 09 egnszyinludyarnvesniveulasiaiedugiu [48] Fsdnauiiniendanis

v
=

a a ¢ A = i s &
LN']LﬂamgﬂmugﬂluaqﬁagaqUI%L@EJNIgﬂiﬁﬂlsljﬂﬁ]gLﬁa@LWENLL@?I']?U@UW]’]UU
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® Chitosan ® Amorphous Carbon ® Graphitic Carbon
¢ y—Al,0_ JCPDS no. 29-0063

(311)  (400) 0l

(222)

7M NaOH

Intensity (a.u.)

5M l:l_H40I:I

e}

oo

10 20 30 40 0 90 60 70 80
2Theta ( )

¥
=

U 4.1 anasunisifenuusidiendvesiisesiunvuglluansazmeueludeulansenlys

Y

APNULUTY 3, 5, 7 lwaswavarsaravlaneulansenlennanuuty 7 lwans

sUnvuanadunsdenvudedionduandusy 4.2 Wefiansmnduss
UfAsediniaiisosas 10 Tnewin taeldshsessuriefivseuluasazareluioulanson
lydarnududu 7 luans sxnuiiesdyaavssiinfasenlefiviiy Suduldananuduiug
sgyinsusuvesnsidisauy (26) fusnududiinsiisenadesiuguuuunmsidsauu
mmgmﬁuaamsﬂszﬂama%ﬁ (JCPDs card number) 47-1049 Aisfumis 26 Uszanas 37.3,
43.2, 63.2, 75.1 upe 79.0 09 Gegnazyliduzunuunmsdenuuvesssunundnyda (111),
(200), (220), (311) waz (222) @UaIAY ﬁm%’u&hL‘ng’jﬁ%mﬁﬂLﬁauuﬁaiaq%’uﬁm%ﬂu
ansazanelenioulansonlsd esnnaivouAanisamesunniudlewniigumgiias asvh

'
aaa =

TituanulundnvesiniAaeenladiigann luvaeidissuiisoiniouluaisazans
wosludeuleasonledanududu 7 luans uansawnmiuniaifeauudediondvesiinifa
oonled (NO) Afaandundnd ilosanlalawuazduivezgiionunsnlulassingvos
azglunilianuluseiloutiosas uaﬂmﬂﬁwuﬁagﬁywm%aqlﬂimmaé’mgmﬁmﬁﬁﬂu
FsaUFATen a duvnia 20 Uszana 10.6 wag 19.7 aaen [49] iumszifianududu
voauageluardsnaliAnnsuAsugreslasiaiendnuedlalasuaingulelngu form-I

Tudulalaenu L-2 [50-52]
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WeAnwidnseufisenfiniiadevas 10 lnsumdnuudisesiuezgiiui

wisuluansazateweululeulansanlonnnuiduduwanaaiudws 3 09 7 Tuas wuan

o

dyaruvesinifaanasdloinanutuduaisazansusnludenlansonlan derazlasy

a

dvEnaunAUtLTuYetuaaIn I vilinyilandueduuulalagunasvdesguinniy
Favgilanduilansoduivleseudnfawasinienilifadundnlasvu [53]

yananiilafinwinavasmuususunalansininaniwsisosay 4 09 14 lag

a

Yrvinuusiseesvaralunimssulagldusnuulalngiuluasazaswanluiioulansenlony

Y

ARIdudy 7 luans nulllelnantinifaisesay 4 fis 14 Ineguuidn avdsldwudaygiu
A characteristic 31U (200) v9sdniAaoonloARILAULE 26 = 43.2 B9A1 LAATULTNUDY
dysurauunuunezgiuianas Wesdninifagenlyaiin1snsyaedaluunaguiliveda

59950 wsaznudygravesidnifanuninduiilunanadledusinatdnifeiovay 20 Fuly (i

o
Y

¥ A
WEAIUDIIA U 911))

= Chitosan
0 Y—Al,05 JCPDS no. 29-0063

NiO JCPDS no. 47-1049
(200)

(220) (222)|

11
i | (440) (311)
10 :

o
:10Ni 7M NaOH

14N 7M A NH,OH

Intensity (a.u.)

10N| ™ NH OH

10N| 5M NH40H

10Ni 3M NH,OH 4

7N|7M NH,OH A

N NH (OH . -
10 20 30 40 5 50 60 70 80
2Theta ( )

5U 4.2 allnasunisifeuuidenduesdusauisenilvaniiniiasesas 4 o 14 g
wwitln vusisessuevaiiuntugUluasazansueludeulansenledanududu 3, 5, 7

luans wazansavanelodeulansenlannanuuty 7 luas
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PnUUafnwINavesfLUsNMTRumatuayuasuudssuisentiniia

'
a P

Saazy 10 neunindnuusisessuszaiuiwssuluaisazatewauluidoulansanlasainu

Y

(3 IS

it 3 Tuand Faldun Ai3uueenled, uaadousenlud waruauniueenlediiuiinuios
av 10 Tagtwiin feuandlugy 4.3 wuhmadudidoueonleduaruanidonoonladliisng
é’igggmmit,ga’awul,ﬁmLamnﬂéhlj'wﬁﬁ%mﬁm,ﬁa Hesnnlangeanlefdaiunsonssanes
FFvuituindswiite luuusfidefaannsiuuauniiioonlednduuandliiiudio
Y945%UIU (400) uaunfueenlediifinuniundndiil 26 = 29.0 sem aenadostusULUY
mitﬁymLuummgmmmmiﬂizﬂauLLaumﬁuaaﬂvL%éLasuﬁ (JCPDs card number) 04-0856

[54] Wipsanwauniusanlaminnissiusnuaunadundntazkandlmiuuuaunn sy

® Y—Al,05 JCPDS no. 29-0063
NiO JCPDS no. 47-1049
La,0_ JCPDS no. 04-0856 (200)

(400)
111)(311) | "o
(a1 (400)( )< i "

10 LaZO 10Ni 33M NH4OH

10 CaO 10Ni 3M NH,OH

Intensity (a.u.)

10 CeO_ 10Ni 3M NH,OH

H

10Ni 3M NH,0

10 20 30 40 50 60 70 80
2Theta ( )

U 4.3 awnesunisideauusidiendvesdussljiseiudatduayuy laun Si3eueanlas,
wraLeuaanles waztaun1tueanlassasay 10 lnsumin antiniiasesas 10 I

'
a =

witln vuisessuerglivvusUluasasaswenluillunlansenlennanududu 3 Tuais
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AN59 4.1 vunaNanvesdniiasanlansiwilaia characteristic s¥uIU (200)

Sample Crystallite size (nm)
4 Ni 7M NH,OH -
7 Ni 7M NH,OH -
10 Ni 3M NH,OH 4.88
10 Ni 5M NH,OH 5.69
10 Ni 7M NH,OH 6.55
14 Ni 7TM NH,OH 6.11
10 Ni 7M NaOH 6.42
10 CeO, 10 Ni 3M NH,OH 4.83
10 CaO 10 Ni 3M NH,OH 2.38
10 Lay0O3 10 Ni 3M NH,OH 6.13

4.1.2 Wnsgvinsidsuulasnafemaiianisiinszidseamgianiou

mMsAnwnsUasuLasaveLiazesrUszneudlioliriuseusumaia
MyeTenidgamgiaueuluusseniaveseendiauuandusy 4.4 lunsaaemivess
sesfuiimsosluansazanslnionlensonlofiseneulusenisiasuutana 3 4u Tudy
usnvesnaiUAsuuUasaegludisgaumglisini 150 esrueadoansifuveiiiegly
JEERGERK mﬂﬁ?u%aﬁlu%zuﬁammaqmmﬁ 170 £ 380 perwalfoa azidunismeluveg
Waduaelgnedaiuasuan LLaz%uﬁawuﬁaqqquﬁ 380 fiv 560 e wadualunisgneen
Fladossansuau [55] dmiussesiufimiouluasazansuenluduulensonlesaudud

7 Juasnan1silasuwladulaiies 2 94 Ao $1n77 100 89FSaLRed hazag 425 04 530

ssrnwalua lneutameluusvinnsesay 32 onafinannisuniigangigelamindiuansy

Y

= 1

lgwediweimdnluud wasuianmiosgisnininluinavesesgiiv Auiudsausananla
@ o a A ~ & & &
Tisessuergliniwseuluasasansuenlulloulansenleniiosdusen ouvesmvsuna

wineegaie Tudiuvesiisesfunwisyluasavangloeulansenlonaududy 7 luans
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Y @ = N [ v & 1 s N I I 2/ =< v =
LLﬁﬂQI‘VIL‘Vi‘LlﬂﬂlI’Jﬁ‘Vl‘Vi'W81UﬁiJWUﬁﬂ‘U“U’N”UENﬂ’]i‘UE]‘L!“VlL‘lﬂa@@%ﬂ‘LUIﬂiﬂﬁiNﬂﬂi@Uag 99 29

anusaagulaindudisessuiifiesdusznauvasansueudundn

100 T

80 -

70 1

Weight % (%)
b4

30

20

10 - Support 7M NH,OH

Support 7M NaOH
-7t ! ! !~ rr T r T
100 200 300 400 500 600 700 800 900
Temperature (OC)

U 4.4 anuduiussyninsdesavmsgadedminuazeamail vesisesfuiniesly

ansazangwauluiisulansanlen waraisazarelafeulansanlananuudy 7 luans

¥ '
6 aa o

4.1.3 Aesgviuiiidmiesiemeaiianisaadumeuialulasiau

n1sfinwAuduiusTEnIUTuIauiangnandu uumisessuiua L

duims deuandlugyd 4.5 Weiarsunlelaiisuvesiisesfummisuluaisazansuouly
~ & & 1 oa & o as & a a A

Heulansonlen avuinialudnuuzvaslolomsuiluwuueia Ma) Nszyidsniuruie
na19 (mesopores) #9inalnn1sgaduAinaIsuIINdnwuzvas hysteresis loop Wuwuy
H2(b) Snwaggnsundvinuau Feaunsananlaindisessuergiiuvinieulaewduuulale

(%

yungnnssuluasazareuenluielansonleniisnsuvuianarsdnnaivinuaudneieg
[56, 571 Tuvagnswseudmsessuluarsavanelufeulansonladliamisainalaiionin
NURIV0IRI5095UTLUades N1sANYINUNRITUNIE USUIRTINTU LasauIaduHIY

¢ =
ﬂu&]ﬂaWQEWEULQﬁSLL?{QQIUW"]S"N 4.2



a7

a o

M99 4.2 WUARIT WL USHNRTINTU LatuIaEURUALENANINTUIRREYRIRIL

Ufnsen

Sample BET Surface Area  Pore Volume  Pore Size

(m%/g) (cm?/g) )

Support 3 M NH,OH 428.1 0.296 34.7

Support 5 M NH,OH 358.4 0.238 33.6

Support 7 M NH;OH 379.2 0.261 35.2

Support 7 M NaOH N/A N/A N/A

4 Ni 7M NH4OH B2NE 0.437 53.6

7 Ni 7TM NH,OH 332.8 0.415 56.7

10 Ni 3M NH,OH 321.7 0.339 533

10 Ni 5M NH4OH 311.7 0.322 524

10 Ni 7M NH4OH 268.4 0.262 53.6

14 Ni 7M NH,OH 314.4 0.325 46.1

10 Ni 7M NaOH 89.5 0.184 84.9

10 CeO, 10 Ni 3M NH,OH 336.0 0.347 54.0

10 Ca0O 10 Ni 3M NH4OH 271.8 0.270 61.6

10 La,03 10 Ni 3M NH4OH 280.7 0.287 55.9

* dayanwal N/A Aeliaunsamalaannn1smaass

wiiuinfsessuiwioalumsazareuenludenlensenleddvundusiuguinatsgngu
La?iaasujﬁﬂizmm 336 f9 35.2 Ssanseu Tuvasisessuiwisuluasazalodoulansen
yglalannsamenld dudumsizinluduneunisndousasesiulaegldivaiimidniulddema
IngnserogUnuunisasisiuse seninesalillouiunyilanduvedlalag Buusnvestuneu

nsavatelalagulunsnes@dnanududuiovar 2 lneUsuns el dululalaeiy
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oeflugu protonated Mntudlowiuasazansezgiidonluwsnadumsaranslalasiuazi
Tlovauszgiiion (AP) nszaefinaeldvoslalagundiindunsiionuuusandn
serislessuviniAaiiulassadaiiafiosveslalaeu-avafiden [55] mndulunsdinisty
sUluasazansuenludeulansenled leosuerglifovrzduivleseulansendaiady
[AOH),] Fadulaanafisinmiduuszsgauisiufizenduesluionlossu (NH,) iRawdu
AOH); Tiadesuarlalavaneth Snviadusumisauiissdususumisuaniulassadsluana
lalaenu udmyjorluasiudsuluaglugy protonated Wndunaiindsiudndae uansly
aun1s (4.1) Welasseveslelnwu-oraiiungniniiigamaiiae 350 ssrnwadea aindu
fsesuiimnudugnsugaiues uslunsdinswioussesulumsaraelufeslansen
lasnuinleseusrgiiisuduiuleasentaoglugy [AIOH)]) Wuiieaiy uwidosnnduney
mstugUlumsasansluioulansenledszuuasUszneuludslossuluidon (Na) udiin
sUTlazaneuinléR wandluauns (4.2) wae (4.3) dwalifergfifiouluidudulassiulels

Y

YruTsanunsadanalaanusuinsvauaalalaeuimsonluaisazareluneulansenlenay

6=

PJagnamseuluaisazanowanludeulaasanlonns 2 win dnvalameldludunaunisans

'
a U v a

\Ud donAaedfiuna XRD Inevainiswneamaigesnsesiunwisuluamsaraeleivile

asenladzivaeiiiguAa ey
[AOH),]” + NH;" —> A(OH)5 + NH5 + H,0 (4.1)
[AL(OH)Ll]_ + Na+ g Na[Al(OH)4] (42)

Na[A(OH),] = Al(OH); + NaOH (4.3)
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3

Quantity Adsorbed (cm /g STP)

3M NH4Q!-! ~

7 SMNH,0

% I Y I " I % I '
0.0 0.2 04 0.6 0.8 1.0
Relative Pressure (PIPO)

U 4.5 anuduiusserinalinauiangnaaduuumsessuiuanusuding fmsessu

wiedluasazanswenludeulansonlonanutudy 3, 5, 7 lwans

s A

ANSANBIAMUFURNUSTLMINNUSUIULAANaNAATUAUAINUAUAUNNS Tae

Y Y
1%

fussufisendinfafisesas 10 Ingtmiin Mfsessurieiinienlumsaranslufenlons
onleduazansazareusnludolansonled anududu 7 Tuans wanslugd 4.6 deRansan
leluwiisuvosinssufizendnifavusisesivergliunfivdouluamsaransuesluioslanson
Lo aziiuinAndudnvugvesleluiisuiduuvusia Ma) Aszyindignsuruinnans Fad
ﬂalﬂﬂwaam%’uﬁﬁmimwmﬁﬂwmwm hysteresis loop tJuuuy H2(b) wansinfaLss

UfAsenivsenavlumenalnnisgaduressngudnuas nduinuaudnaie [58] uenainil

[ ]
Iy aa o

Mg umg, USinsgngu wavsuaduriugudnanasnsuedevesiiisujisednian
$ovaz 10 Tngthwiin vufsesfuergiuniinionluasaransueuluidoulonsonlesien
268.4 MMIIUUATABNTY, 0.262 gnuIAnURUnTAaNIY way 53.6 dansou MUAWU N3
vasfiniAaegsihlsiniAaeenlamiAnnsnszanesimisauiisomasnenyuiivinaing
nyuvesFisneiu Fedunaldaniuiifisunizdananiefisuiuisesiu fwdouly
ansavanewenluieulansenledarududu 7 Tuansivan a1n 379.2 Tuilu 268.4 1519
wnsiondy uazdurugudnaegnsuidintuan 35.2 Ty 53.6 Swansou lueiives

'
a a a a

ausauisendnifansesay 10 lneuinidn vudisesfuergiurimmisuluaisazany



50

1%
o

loieulansonleddnuiindimig, USunsgnsu wasuuiadurIuau nansniunagegi

a0

89.5 M1319LUATABNSY, 0.184 gNUIANLBURLLATADNTI WAz 84.9 BIENTBN MINEIAU TeilAT

De

a

Wuduillaisuiudisessuergiunwsenluaisazarelufenlansenled

[J 1

JuLyuu
= A a £ =3 < v v a a 3
\Weanangnsuiiiadulnidasdunissiudiiuveseymaiiniiasenlen
WeAnwidnseufisentiniiasesar 10 lnsumdnuudisesiuezgiiui
wisdluarsazanewanlufioulansonladninududunansaneiudaue 3 83 7 wans wuin
anvuzvadlaluiisuduwuuria V@) Aszyindgngusuianais wazdadnalnnisgadud

f91500191NdNYaLTaY hysteresis loop tHuwuy H2(b) Feszyindussufisendniadesas

a =

10 Ingminuuisesivergiuniwisuluarsesarowouludenlsasonledaududu
faust 3 fa 7 Tum$useneuludegnsudnvasdiiinuay (58] uenaniidodfivauduty
msavaonenluidoulensenledan 3 e 7 Tuans Audifosumzanasan 3217 10 268.4
M1TIURTABNTL LAz USUINTINIUARaIaIn 0.339 1 0.262 anurAdiguiiunssonsy
mudu druduriuguinansgnueelidlndidesiulutas 52.4 s 53.6 Ssamson e

ANuNTuasazanekauluenlansanluniinasianisnataa nanmeniswsedluaisazane

=]

wenludlonlonsonlanfinududusazinlinsnewatnnii wazdenalinisadnedassneg
Guaqasqﬁmt,ﬁ@lﬁumﬁu

vonaniieAnwnavssiuususunalavednifadundosay 4 fe 14 Tay
thwiinuudsesivergliufimiouluasezansusnlndenlensonlediidarudutu 7 T

s a [ [y a s a A 1A = o
a3 ‘W‘U'J’]Lﬂ@LUUﬁﬂHmzﬂJaﬂlai%LWiM‘UUWW IV(a) NITYNUINIUTUINNAN %Q@Jﬂﬁlﬂfﬂi@lﬂ

(%
1w S

Fuifiansanandnuazuas hysteresis loop WWuwuy H2(b) aszyinTagiusznauluaieg

q

o

nalnmsgaduvesnudnuuefiiuanuay (58] uenmndiuiifndunie, Usinasgngu uas
yaduiugudnangnuadsdielnaninfaduidosar 4 fe 14 Tngtmiin vussesiu
yiaiwiesluasazansluidoulonsenlodaandudu 7 Tuansdaegludis 268.4 fe 332.8
MT1URTABNTY, 0.262 9 0.437 gnuiAnwufiunIHansy wag 46.1 §a 56.7 dansou
AUAWTY

INNTANYINAVBIILUTNISIRNMIaTuayuasuuduseUiiseiniiasesas

'
a =

10 Tnendnuusisessuazaiuneseuluaisazatewasluiisulsnsonladniududy 3

Y

Tuans Falewn Fseueanlan, wraluueanlan wazwaunmdueanlannusuiassuay 10 lag

=

dwiin wanatugy 4.7 wudninludnuazvedleladsuwuusiin V@) issyinfignguuuin

Y 9
'
=

nane Fadinalnn1sgaduiiiansanaindnvauzaes hysteresis loop Wunuu H2(b) Faszyin

'
[y A aa [J

antivszneulumenalnnisgaduvesgniudnvaueNiivinway [59, 60] NANUARITIINE,
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USHnsgngu wazvuaduruaudnatsgnsuiadeaglutie 271.8 81 336.0 M1319UATHD

N3y, 0.270 14 0.347 gnuIenuFLnTAaNsY wag 54.0 1 61.6 SaanTON AUAWY

10Ni 7M NaOH /

14Ni 7M NH4OH /

10Ni 5M NH,OH

3

Quantity Adsorbed (cm /g STP)

10Ni 3M NH4OH

7Ni 7M NH,OH

4Ni 7M NH,OH

. . ' . T . T .
0.0 0.2 0.4 0.6 0.8 1.0
Relative Pressure (PIPO)

5U 4.6 ANuduTusTEnINUSInaiangngaduiuaNusudinsyasdiusauisetiniia

Y

Seaway 4 D9 14 lnguvtn Messuuuisessuluasazatsweuluiisylansanten Ay

WUTU 3, 5, 7 luans wazansaranelaneulensenlen anuudu 7 lwans
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3

Quantity Adsorbed (cm /g STP)

10La O_10Ni 3M NH,OH
2 3 4

1[)Ce02 10Ni 3M NH,OH

10Ni 3M NH,OH

g T ¥ T ! T ! T :
0.0 0.2 0.4 0.6 0.8 1.0
Relative Pressure (P/P 0)

U 4.7 anuduiusseninedSinauiangnaaduiunnusuduinsyesnsiaudaiuay

Y Y 9

¥ladi5uueantyn, wrasueanles wazwauntueanlynnusuuSesay 10 Ingunn ag

'
a

vwisauisentinifadesas 10 lngumiin vuiisessusrgiuniwienluasazaty

wauluwleulansanlonanuuty 3 luans

4.1.4 Aps1erieanusenauiisau)isenmemaiamaiaseiesrusenaus A uay
lalasiau waglulnsiau
miﬁﬂwmﬁammﬁﬂﬁzﬂammé{ammﬁﬂmﬁmeﬁaqﬁﬂizﬂauma
asuau Tolasiau wazlulnsiau Muandunisie 4.3 nurdisesiuindouluaisazaiy
Tdenlansenlonniuidudu 7 lwans asfiosrusenevvesansveududiulvgfedevay
56.26 Tagminuazannnindasesduiwivdluansazanswesluioylonsenlodrududu
3,5 way 7 wais ﬁﬁaaﬁﬂizﬂawmm%vaua&ﬂmhﬁaaaz 9.36 f4 11.47 Tngiwein 34
ansananlaidsesfuiiwisuluarsazarslaionlensonledaududu 7 luads 8
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1%

Ailloans AUNO;);-9H,0 18.5 njuluans  (18.5x100)/98 A3y

[ '
LY £ o

U 719979 AUNO;)5-9H,0 A534111AU 18.88 nNFu

3. dnialuwsaanazlamsn (Nickel nitrate; Ni(NO5),-6H,0; MW = 290.79)

USN1auAI5033U 2.0 nTu

3.1 fniiaeenlerdesay 4 Tngmin

walnia - Goway 4 Tagrimiin x wassesdu) / 100
= (4 x 2 n3Y) / 100
= 0.08 N3

Iulualinifa = 17 / Waluana
= 0.08 Nu / 58.69 n3u/lua
= 1.36 x 10° lua

Usuau Ni(NO3),-6H,0 = lualinifia x Walaiana Ni(NO,),-6H,0
= 1.36 x 10° Tua x 290.79 n3u/lua
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= 0.396 N3
3711 Ni(NO3),-6H,0 98.5%
fiidoans NI(NO,),-6H,0 98.5 nfuluans 100 %y
fhiloans NiNO,),-6H,0 0.396 nsuluans  (0.396x100)/98.5 A3y

(% '
LYY £ o

3T 99979 Ni(NO3),-6H,0 2594111U 0.402 nSu

3.2 findasenlesfovay 7 Tngvhmiin
atiniia - Bovaz 7 Inethoin x wadsesiu) / 100
= (7 x 2 n3u) / 100
= 0.14 n3u
Puluaiiniia = 178 / Waluana
= 0.14 n3u / 58.69 nsu/lua
= 239 x 102 ua
U3unad Ni(NO,),-6H,0 = lualinifia x Walaiana Ni(NOs),6H,0
= 239 x 10 lua x 290.79 n3u/lya
= 0.694 n3u
3711 Ni(NO3),-6H,0 98.5%
fLidoans NI(NO,),-6H,0 98.5 n5u Tuans 100 n5u

(%

Ailloans NiNO,),-6H,0 0.694 nsuluans  (0.694x100)/98.5 n5u

[ '
LYY £ v

U 99979 Ni(NO3),-6H,0 2591111 0.705 nSu

3.3 niiaeenlersesay 10 Tngvmiin
atiniia - Bovaz 10 lnetmin x wafsessu) / 100
= (10 x 2 A1) / 100
= 0.20 N3y
uluaiiniia = 178 / Waluana
= 0.20 N1 / 58.69 n3u/lua
= 3.41 x 10° ua
USHeu Ni(NO3),-6H,0 = luallnifia x W3alaiana Ni(NOs),6H,0
= 3.41 x 10° Tua x 290.79 n3u/lua
= 0.991 nfu
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3711 Ni(NO3),-6H,0 98.5%
fhiloans Ni(NO5),-6H,0 98.5 n5u Tuans 100 n3u

(%

Hilloas Ni(NO;),-6H,0 0.991 nsuluans  (0.991x100)/98.5 nsu

(% '
Y 1 [

At 9979 Ni(NO5),-6H,0 233t11AU 1.006 N5y

3.4 Iniiiaeenlerdesay 14 Tngvmiin
ralnia - Goway 14 Tngvhonin x waafsessu) / 100
= (14 x 2 A3) / 100
= 0.28 N3Y
wuluaiiniia = 118 / Waluana
= 0.28 N3u / 58.69 n3u/lua
= 4.77 x 10° Tua
Usuau Ni(NO3),-6H,0 = luatinifia x 1alaiana Ni(NO,),-6H,0
= 4.77 x 10 Tua x 290.79 n3u/lua

= 1.387 N3y
3711 Ni(NO3),-6H,0O 98.5%
fliloans NiNO,),-6H,0 98.5 n5u luans 100 n3u
fliloans Ni(NOs),-6H,0 1.387 n5u Tuans (1.387x100)/98.5 N1

(% '
LYY v [

At 99379 Ni(NO,),-6H,0 2933111 1.408 n5u

3.5 Iniiaeenlerdesay 30 Tagvuin

walnia - Bovaz 30 lnetmin x wafsessu) / 100
= (30 x 2 A1) / 100
= 0.6 NTU

Puluaiinifa = 13 / Waluanag
= 0.6 N3u / 58.69 n3u/lua
= 0.010 lua

Usuau Ni(NO3),-6H,0 = luatinifia x walaiana Ni(NO,),-6H,0
= 0.010 lua x 290.79 n3u/lua
= 2.973 U

3711 Ni(NO3),-6H,0 98.5%
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1%

A1lloans Ni(NOs),-6H,0 98.5 n5u Tuans 100 A3y

ulloas Ni(NOs,),-6H,0 2.973 n5u Tuans (2.973x100)/98.5 A3y

(% '
v 4 U

FaU ADITe Ni(NOs),-6H,0 959491AU 3.018 n5u

4. F3sulunsaanazlamsa (Cerium nitrate hexahydrate; Ce(NO;)5-6H,0; MW =
434.23)
USUUAT995U 2.0 U

F5vueanlansesas 10 tneumdn

adiseneanlen - (Usinashsesiuxdasay 10 Tngdmiin)/(100-20)
= (2.0 nfU x 10) / 80
= 0.25 N34

Usuu Ce(NO;)s-6H,0 = WadiFeueanlyn x waluana Ce(NOs)s6H,0 /

waluana CeO,

= 0.25 N5U x 434.23 n5u/lua / 172.115 n5u/lua

= 0.631 N3y
97110 Ce(NO3)5-6H,0 98.5%
fliloans Ce(NO,);-6H,0 98.5 nsu luans 100 nsu
fliloans Ce(NO;)5-6H,0 0.631 n5u Tuans (0.631x100)/98.5 N1

(% '
LYY v [

At 99379 Ce(NO,)5-6H,0 253 AU 0.641 N3y

5. upasnlunsamnszlawmsn (Calcium nitrate tetrahydrate; Ca(NOs),-4H,0; MW =
236.15)
USuesngessu 2.0 nsu

wraLeueanlansayay 10 Inetmin

iaLAaLdaNeonlyn - (USunahsesiuxdasay 10 Tngdmiin)/(100-20)
= (2.0 n3u x 10) / 80
= 0.25 N34

Usuu Ca(NO5),-4H,0 =udaunatfenoanlyd xulaluiana

Ca(NO,),4H,0 / saluiana CaO
= 0.25 N5U x 236.15 n5u/lua / 56.08 n5u/lua
= 1.053 A5y
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9710 Ca(NO3),4H,0 99%
fhiloans Ca(NO5),-4H,0 99 n5u Tuans 100 n3u

(%

filloans Ca(NOs),-aH,0 1.053 nsuluans  (1.053x100)/ 99 n3u

(% '
Y 1 [

AIHU M99 Ca(NOs3),-4H,0 339 WU 1.064 AU

6. waumuaaalsagunzlamsn (Lanthanum chloride heptahydrate; LaCls-7H,0;
MW = 371.38)
USuauda5e33u 2.0 nTu
wauntuoanlesfosas 10 Tnetmin
Iakauineanln - (USinashsesduxdesay 10 Tnetimiin)/(100-20)
= (2.0 n3u x 10) / 80
= 0.25 N3y
Usuew LaCly7H,0 = wanauvdNeanlyax wIaluiana LaCly 7H,0 /
W3aluana La,0s
= 0.25 N33 x 371.38 n3u/lua / 325.81 n3u/lua

= 0.285 N3
91 LaCly 7TH,0 99.99%
fliloans LaCl,7H,0 99 n5u Tuans 100 n5u
fhiloans LaCl,7H,0 0.285 nfuluans  (0.285x100)/ 99.99  nal

[ '
LYY £ v

9T 99979 LaCls-7H,0 939 WAu 0.285 n3u

7. arnswasuaisuaulaeanlen (CO, conversion)

. C(cO,,in) — C(CO,0ut)
CO, conversion = x 100
C(Cco,,in)

1%

C(CO,,in) - fuldnsmveaiamsveulasenladandn = 351778
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w Max Intensity : 29,127
DTCO1 Time 4690 nten 184

C02/5.455

2/1.980
N272.101

10,801
1.038

9
e
=

=

ol
-25004 W

05 10 15 20 S 30 35 40 45 50 55 ) B min

Peak#  Ret. Time Area Height ~ Mark Conc. Unit ID# Name  Area%
0.801  -25190 1 M 0 -7.237
1.038 3152 551 M 0 0.905
1.98 5132 914 0% 202 1.474
2101 13197 1667 V 0% 3N2 3.791
5455 351778 28961 0% 5C02 101.066
Total 348068 32093 0 100

U B LW N =

C(COuout) = Mufildnsmaedansueulpeenlasuionn = 162668

w Max Intensity : 27,940
DTCO1 Time 1206 Inten 10
37500

35000+

32500+

30000

14.054

27500

25000

22500+

20000+

C02/5.529

17500+

15000

12500+

10000+

75004

211.976
N2/2.098

C0/2.562

N
r.F
873
H2/1.024
|
=
=

T T T T T T T T
3.0 35 4.0 45 5.0 55 6.0 6.5 min

Lo
N
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Peak#  Ret. Time Area Height ~ Mark Conc. Unit ID# Name  Area%
1 0873 -1976 74 M 0 -0.425
2 1.024 3487 606 M 0% 1H2 0.749
3 1976 7391 1279 0% 202 1.588
4 2098 17688 2437 V 0% 3N2 3.8
5 2562 2653 366 V 0% 4C0 0.57
6 4054 273507 27827 0 58.766
7 5529 162668 16732 0% 5C02 34.951
Total 465418 49322 0 100
CO, conversion = (351778 — 162668) x 100 / 351778 = 53.8%
8. AN1stasnAUiY (CH, selectivity)
! A a C(CHq)
AINSLENLNALLNY (CH, selectivity) = ————————x 100
C(co) + C(cHy)
C(CHy) = Muilldnsmivesuiading = 273507
20;00: g
5000+ g g % g
2500 2 g ﬁ % g
0 ,F%Q%“' ,,/?\ ¥+ 0 . T "’
Peak#  Ret. Time Area Height ~ Mark Conc.  Unt ID# Name  Area%
1 0873 -1976 74 M 0 -0.425
2 1.024 3487 606 M 0% 1H2 0.749
3 1976 7391 1279 0% 202 1.588
4 2098 17688 2437 V 0% 3N2 3.8
5 2562 2653 366 V 0% 4CO 0.57
6  4.054 273507 27827 0 58.766
7 5529 162668 16732 0% 5C02 34.951
Total 465418 49322 0 100
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[%

C(CO) = Nudldnsmapsuiansuouueuanlas = 2653

uwv Max Intensity . 27 940
DTCD1 Time 1.206 Inten. 10]
37500+

350004
32500+

30000+

14,054

27500+

25000+

22500 @
o
200005 "]
8
175004 (5}
150004
125004
10000
75004 s
o
©
50004 - & g o
g =g bt
2500 R= &2 o
. AN, 8
w v i
L $§Q‘v I g w

T T T T T T y T T T
2.0 25 3.0 35 40 45 5.0 55 8.0 8.5 min

Peak#  Ret. Time Area Height = Mark Conc.  Unit ID# Name  Area%

1 0873  -1976 74 M 0 -0.425
2 1.04 3487 606 M 0% 1 H2 0.749
3 1976 7391 1279 0% 202 1.588
4 2098 17688 2437 V 0% 3 N2 3.8
5 2562 2653 366 V 0% 4 CO 0.57
6  4.054 273507 @ 27827 0 58.766
7 5529 162668 16732 0% 5C02 34.951
Total 465418 49322 0 100

CHjg selectivity = 273507 x 100 / (273507 + 2653) = 99.0%
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The Joint Committee on Powder Diffraction Standard (JCPDS)

1. JCPDS ?Jma'ﬁﬂ‘;::naml,numazgﬁu'l (y-ALO5)

Name and formula

Reference code: 00-029-0063

PDF index name: Aluminum Oxide
Empirical formula:  AlLOs;

Chemical formula:  AlL,Os

Crystallographic parameters

Crystal system: Cubic
Space group: Fd-3m
Space group number: 227

a (A%): 7.9240

b (A%): 7.9240

c (A°): 7.9240

Alpha (degree): 90.0000
Beta (degree): 90.0000
Gamma (degree): 90.0000
Volume of cell (10° pm?): 497.55
Z:10.90

RIR: -

Subfiles and Quality

Subfiles: Inorganic
Alloy, metal or intermetallic
Cement and Hydration Product
Corrosion

Superconducting Material
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Quality: Blank (B)
Comments

References
Primary reference: Rooksby., X-Ray Identification and Crystal Structures of Clay,
264, (1951)

Peak list

No. h k U d[Al 2Thetaldeg] I [%]
1 1 1 1 453000 19581  35.0
2 0 280000 31.937 450
1 1 239000 37.604  65.0
2 228000 39.492  40.0
0 198000 45790  80.0
1 1 153000 60.459  10.0

7 4 4 0 1.40000 66.763  100.0
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Stick Pattern
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2. JCPDS wasansusenauiiniiasanban (NiO)

Name and formula

Reference code:
Mineral name:
PDF index name:
Empirical formula:

Chemical formula:

00-047-1049
Bunsenite, syn
Nickel Oxide
NiO

NiO

Crystallographic parameters

Crystal system:
Space group:

Space group number:
a (A°):

b (A°):

c (A°):

Alpha (degree):

Beta (degree):

Gamma (degree):

Cubic
Fm-3m
225
4.1771
4.1771
4.1771
90.0000
90.0000
90.0000

Calculated density (g/cm?): 6.81
Volume of cell (10° pm?): 72.88

Z: 4.00
RIR:  6.15

Subfiles and Quality

Subfiles: Inorganic

Mineral

Alloy, metal or intermetallic

Corrosion

Common Phase

Forensic

Quality: Star (S)
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Comments
Color:

General comments:

Sample source:
Sample preparation:
Optical data:
Additional pattern:

References

Primary reference:

Optical data:

Peak list

89

Green

Average relative standard deviation in intensity of the 5
strongest reflections for 3 specimen mounts = 1.1%.
Validated by calculated pattern.

Sample obtained from J.T. Baker Chemical Corporation.
Sample annealed for 72 hours at 1100 °C.

B=2.27

To replace 4-835.

Martin, K., McCarthy, G., North Dakota State Univ., Fargo, ND,
USA., ICDD Grant-in-Aid, (1991)
Winchell, Winchell., Elements of Optical Mineralogy, 58, (1964)

No. h k d [A]  Z2Thetaldeg] I [%]
1 1 1 1 241200 37.249 61.0

N O
o O

©® ~N o A W N
A W A N WO NN
—
o N -

N LW O N

2.08900 43.276  100.0
1.47680 62.879 35.0
1.25940 75.416 13.0
1.20580  79.409 8.0

1.04430  95.059 4.0

1 0.95830 106.993 3.0
0 0.93400 111.123 7.0
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3. JCPDS vasa1susenauuaunitiueanlyn (La,05)

Name and formula

Reference code: 00-004-0856
PDF index name: Lanthanum Oxide
Empirical formula: La,Os

Chemical formula: La,Os

Crystallographic parameters

Crystal system: Cubic

a (A°): 11.4200
b (A°): 11.4200
c (A%): 11.4200
Alpha (degree): 90.0000
Beta (degree): 90.0000

Gamma (degree): 90.0000
Volume of cell (10° pm?):  1489.36



RIR: -

Status, subfiles and quality

Status: Marked as deleted by ICDD
Subfiles: Inorganic
Alloy, metal or intermetallic

Quiality: Blank (B)

Comments
Deleted by:  see letter of April 1, 1956, from Post.
Temperature: Pattern taken at 450 C.

References

Primary reference: Lohberg., Z. Phys. Chem., 28, 402, (1935)
Unit cell: Lohberg., Z. Phys. Chem., 28, 402, (1935)

Peak list

No. h k U d[Al 2Thetaldeg] | [%]
1 3.30000  26.998 80.0

2.85000 31.362 80.0

2.02000 44.833  100.0

2
il
a
6 1.72000 53.212 100.0
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