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# # 6172047123 : MAJOR CHEMICAL TECHNOLOGY
KEYWORD: Glucose; 5-hydroxymethylfurfural; Solid acid catalyst; Mesoporous
carbon/silica nanocomposite; Biphasic solvent system
Rujeeluk  Khumho : CONVERSION OF GLUCOSE INTO  5-
HYDROXYMETHYLFURFURAL USING CARBON/SILICA NANOCOMPOSITE-
SUPPORTED  NIOBIUM  CATALYSTS. Advisor:  Assoc. Prof. Chawalit

Ngamcharussrivichai, Ph.D.

This work studied the synthesis of 5-hydroxymethylfurfural (HMF) from
glucose in biphasic solvent system using water saturated with sodium chloride as
aqueous phase and tetrahydrofuran as organic phase by using niobium supported
on hexagonal mesoporous  silica (Nb/HMS) and mesoporous carbon/silica
nanocomposite (Nb/MCS) as catalysts. The catalysts were characterized for their
physicochemical properties by using various techniques. The results showed that
Nb/MCS had high BET specific surface area around 400 m?/g and BJH pore size less
than 2 nm. Moreover, Nb/MCS were solid acid catalysts. The Nb/MCS had acid
properties better than Nb/HMS due to the presence of oxygen-functional groups (-
COOH and -OH) on the carbon phase of MCS, which contributed some Brgnsted
acidity. Moreover, the carbon presenting in MCS improved hydrophobicity of
catalyst. The effects of support type, Nb loading, reaction temperature, reaction
time and catalyst amount on the glucose conversion and the HMF yield were also
investigated. The results showed that Nb/MCS had catalytic performance better
than Nb/HMS owing to inhibition of inhibited rehydration of HMF to other by
products such as humins. Under the optimum reaction conditions, the highest HMF
yield of 57.5 % was achieved at 93.2 % glucose conversion over 10 wt% Nb/MCS

when the reaction was carried out at 0.018 g catalyst loading, 190 °C and 1 h.

Field of Study:  Chemical Technology Student's Signature .......ccoeevvvieennne.

Academic Year: 2019 Advisor's Signature .......cccccoevverenne.
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HO o OH

H o H
2,5-Bishydroxymethylfuran & Bis(S-methylfurfuryljether

2,5-Dimethylfuran

Ul 1.2 ansiaiiumasmiosusingg (platform chemicals) 7il§ian HVF

waznsunlulguselawd [3]



sdaasIg HMF annglaaduufisonuu 2 duneu Wud dumeuleluuelsiedy
(isomerization) aanglaailungnlng wazilewnsdu (dehydration) veangnlmailu HMF B9
Medestuneudfoin1snITeusInTusEnianInaada (lewis acid) WarnIAUTEUAAR
(bronsted acid) dmsudunovlelowelsedunazilowmsdu audiu Senszuiunisuan
ansiadiyafuiinaInTauaa (biofine process) lswndladidenldnsadaiininideans (diluted
sulfuric acid) Wusssujaseeniuguiiansa (homogeneous acid catalyst) Fedana
ﬂszm&ia?immé’aml,azé’qdaiﬁLﬁmﬂiymmiﬁ’mﬂﬁaum%q@ﬂidﬁm6] diowdlotlym

=% v & Aa

Aana19393in19bERLs U ATeTIsNugYlinnga (heterogeneous acid catalyst) U 4N

3

] LYY

et lsfiAi s fie Piswugvinnsanimuntululagduddliuald (vield) ves HVF s
wazduinndndasinassledug Alifesns Wy nsaalddn (evulinic acid) wosinga
(furfural) 2814 (humin) 1udu fauandluguil 1.3 Jsdamaliinisidendinie (selectivity)
s HMF anas lnewdnsusimadiinanndussufiserfuiiaudiaudunsa (acd
properties) ilalmnzay ﬁﬁﬁuﬁ’uﬁlx‘iﬂﬁﬁ%&)’ﬁ%ﬁﬁui%ﬁﬂﬂiﬂﬁiﬂumiﬁﬂLﬂ’i’l%ﬁﬁ HMF 210

= Y = o 1
nglaadesiasunisAnyiasiwusiely

OH )

HO 0 OH HO I(
Q Isomerization Dehydration 0
HO —_— HO H — —
HO OH \ /
OH

HO
Glucose Fructose HMF

Hydration

. OH
Hl,llTIlnS B ————

0
Levulinic acid

JUN 1.3 nszuiunsnisdauasieyt HMF aannglea [4]

o

NuIdeilidenlvlulalan (niobium, Nb) 5845UMEANSUBN/FANTUIUADUNDEAR
Jususauisendtsnug Ineluleifeudulans ifan wnsngs (high acidity) Tannununiu

Rau (water resistance) kaglliunuansanavindidauazuseuamaltuianioinu diu

a d‘a o

ASUB/AAN N TUADUNDANTNUNHITINNZ AT UTUINTINTUES TIUNIANTUBULAAIAN TN

lalgoun (hydrophobicity) Fet1agfianuwmuizauidudisessuveslulodeoulunis

duasied HMF annglagludgaiavesi wenanduuiiudivesmiveudaingiandunes

Y

20n1au (oxygenated functional groups) lauA nyflansenda (hydroxyl) wagnsasuanda



(carboxyl) lagvgflafduns 2 vila uansaninnsauseuananiaiudrdglutunsy
Alawnsturesgnlaailu HMF Fainazdanadsdenisiasunglaaidu HMF lieg1adumiy

waglvinalagau
1.2 Inguszasa

1. Anwimswseudussuisenlulaidousessumenivow/aanulunouneds

2. Anwinisdunsien 5-lansenduiiamasingalaelddasauiisenluladey

s95UMEASUaL/Fan unluraunadnnnseule
1.3 YaULYAYBINISIY

Anwin1sduasizinaznisinsisnandfvasdissufasenluleifouuudisessu
Asuaw/AanuIluABuNadEn (MCS) N13tnsan MCS Tdianunlunaunadnuas19sssuyis
waziengzneveailanesadant (NR/HMS) Wuaisaadu (precursor) Gsdaaszsidaedsnis
1%a-198 (sol-gel method) Mnduihadueuluedu (carbonization) Wileldsuenssssuai
Juasueu nisiranlulafonvudisessu MCS Ta3dumsalutu (impregnation) Anwna
gesUsinaluledeludissiisoitideautfimmeneninuasiedl wazautRnisiselfizen
nswasunglaaluilu HMF sufsnwimdadeidsuadonisiuasuvesnglaa (glucose
conversion) N13E0NT N IZRATRALATEY HMF laun sllaveeinsessu Ysunalulealuuuy

M3093U UTHnauiiseu)isen eaumginliinufinsen uazianiildlunisvinu)isen

o/

1.4 Uszlavinaininazlasuainnisiaed

lasssuisenlulaidousessumeansusw/danuilupeunednuas n1isMvangay

lumsduasiedt HMF annnglea

1.5 YUNDUNITALUIUIFY

1. Anwduaimgul swide wardeyaiiiedes

2. damian qunsal wavensiall

3. duas1esitan NR/HMS fe3inislea-ioa tnethusuenssssusd (NR) diain
0.5 n¥u wilumnsziofaselndding (tetraethyl orthosilicate, TEOS) tutian
16 $2109 nTuenselalasiausy (tetrahydrofuran, THF), lata%ato iy

(dodecylamine, DDA), TEOS Sndunils wazvindu nuiislifunan 24 4914



) a

 qaumaiives thwesmandvnildludu (aging) faamgil 40 srmwaldea 1y
nan 72 Falas wdanduiiueniuea 50 faddns wazniuduian 30 Wit
oaumgiivies ihlunsesusnvesudeoanieiriesnsosgrgyinia udweuded
#lueulsiuiafignmgii 60 eamwadea iunan 1 Au anifurida DDA sen
nnvesuddasnsatnseasazatensadaiininluloniueadigumgil 80 aem
wadua 1Wuan 4 $alus thlunsesusnuazevuiavesudeiléigumgil 60
aarwadea 1Wunan 1 fu
w3sudLsaUfAselulaidenvuisesiumsveu/aaniunlunsunedn lagun
Fan NRHMS Tuvinasueluwdufigungdl 700 ssanwaldoa Wunan 1
Hlus meldusseniavesuiaesneu antduthasuew/aanulunounedndi
laludumsameasasatsuaulutonluloiuneangianlansn @mmonium
niobite(V) oxalate hydrate) aufigaungil 60 asrnwadea Wua 1 Au ud
hldinilgaumad 550 ssmiwaidea e 5 $alus meldusseinavesuia
915NDUUTY
JaszrantininMenmuazivesiissujisentulailousesiumenisuaw/
Famuilupouneaniiduaszails Tngldimedadnszisng q fil
- auUANITEAN8AININAIINTOU: Thermogravimetric/differential thermal
analysis
- aﬂﬁﬂizﬂaumaﬁﬁuﬁ’sz X-ray Photoelectron spectroscopy
- auUAelATIase: X-ray diffraction
- ﬁmgﬂuammz Field emission scanning electron microscopy Wkag
Transmission electron microscopy
- fufiRadmne VUIAFNTY UagUIUIMTINTU: N, adsorption-desorption
measurement

- UTUaILAYAINNLIIVDIALNUINTA: Temperature-programed desorption

of NH,

L3

6. AnwIN13duAsTIEh HMF 9nnglea agldlulodensessusiiunisuau/aan

wilupeunednfiwisulmiudissufisen wazszuudvhazarauuuassignia

(biphasic system) laun THF Alddutgaindivinazansduniduazigana

v Y

ansazatuveduIndudinglaieuranlsaludnsdaulag Usuing 2 fe 1



‘vié’amﬂﬁu?jmﬂﬁﬁ%mﬁwamﬁmeﬁﬁlﬁlﬂmmLLaz{jumfjmLﬁaLwﬂﬁaLiwﬁﬁ%m
genNKARSLT ATTinwRrlauarUSinamandueiiintusamada high
performance liquid chromatography

7. ﬁﬂ‘lﬂ’maﬁu@\m’]’wﬁ’]LﬁUﬂ’]iﬁi@ﬂ’]iLUgEJWUENﬂQIﬂﬁ nsenInIzlarialaueg
Aol Tnedadefidne 1dud sflevassisessu Yunaluledeuuusisessu
Uinasniseufizen guvnlildvhuiiten uaznandlilunisviufizen

8. AwnTndeyailannnimeaes asuna uaslleuine1iinug



Ui 2

a av dd v
VIE]U{]LLQ%Q']N'JQEJWLﬂﬂ'J‘UE]\T

2.1 Fu9a

N oa

Funavssanadnluaglad fe a1sdunieduunasinnundsuainsssunfuay
drusadunldudandsuls iesannlutunsuvssnisiasyiivinvesivuu Weld
AsusUlneenleALarlILA LRI UNS I UINLEIITIRGABNIUNTEUIUNTAUATIZALETLA

[ H Y @ < [ | | A YY) P o A [ & a
ponulundstazdiniandinndulinudiunieg vy dedulotdsunduiromnas
sfaglandsaueenun [5] lneunasiuvesduraussnnanluwaglaa tawn Wainda
sysurAnasavIlyd e Tanuaeieainn1sinens YedsaInagnannIsy Lazraddeain

nIzuIUNILUTFUIMIT [6]

2.1.1 asAUsENaUYRdIIAUTTLANEN lLgag Lad

asAUsznaUvesTInalsiananlugaglaalsenaunieiu 3 diu desialuil ¥a

1A59AT19URLARL DIAUTENBULARIAIFUN 2.1

1. waglaa (cellulose) iussAvsznaundnludauia JsAnifuiosar 40-50 Ine
ihwiin Tlassafadunedudanilsduesnglaafifeslssiuedsainanofetusslnaladin
(glycosidic bond) finsdmiesaseadraduuuudunse dauvaliazanend gnslulanaves
\aglaafe (CsHyOp), Ingseauvasnodiualsadu (degree of polymerization) 3ssvylag
n GaeaglaaUsznoudenthegesiiugiunglaauinndt 10,000 we

2. 1iilwaglaa (hemicellulose) lussdUsznousosluinia Fedmdufosas
25-30 Tagtimiin flassairafunedudanilsdiidminsdesiugufotaaluanaiien
(monosaccharide) fifla1suau 5 aznau laun lolaa (xylose) uarogs10lud (arabinose)
wartmnaluanaieafifiansveu 6 ovnen Iiud unulua (mannose), n1uanlna
(galactose) waznglad (glucose)

3. Andlu (lignin) WuesdUszneuiilidndrutiesignluiama Jsamdufesas 15-20
Taethoin flassaadufiuednnedwesuaziinisiniiesdasadadunuuiuniigng
Foulosszninaly Lana (cross-linked phenolic polymers) LLazlsiﬁQmImaqaﬁLLﬁusi’w R

a a o v a & 44' a a v v Y]
aﬂuu"USVl’]MU'WILUUﬂ’]'JL%@Nm@ﬁ'ﬂusﬂﬁ)ﬂL%a@;aauagLﬁNLGUaQIaﬁLGU']W]EJﬂU 2]


http://www.foodnetworksolution.com/wiki/word/0833/monosaccharide-%E0%B8%99%E0%B9%89%E0%B8%B3%E0%B8%95%E0%B8%B2%E0%B8%A5%E0%B9%82%E0%B8%A1%E0%B9%80%E0%B8%A5%E0%B8%81%E0%B8%B8%E0%B8%A5%E0%B9%80%E0%B8%94%E0%B8%B5%E0%B9%88%E0%B8%A2%E0%B8%A7
http://www.foodnetworksolution.com/wiki/word/0833/monosaccharide-%E0%B8%99%E0%B9%89%E0%B8%B3%E0%B8%95%E0%B8%B2%E0%B8%A5%E0%B9%82%E0%B8%A1%E0%B9%80%E0%B8%A5%E0%B8%81%E0%B8%B8%E0%B8%A5%E0%B9%80%E0%B8%94%E0%B8%B5%E0%B9%88%E0%B8%A2%E0%B8%A7
http://www.foodnetworksolution.com/wiki/word/0833/monosaccharide-%E0%B8%99%E0%B9%89%E0%B8%B3%E0%B8%95%E0%B8%B2%E0%B8%A5%E0%B9%82%E0%B8%A1%E0%B9%80%E0%B8%A5%E0%B8%81%E0%B8%B8%E0%B8%A5%E0%B9%80%E0%B8%94%E0%B8%B5%E0%B9%88%E0%B8%A2%E0%B8%A7

OCHj3 OH
o} o
HOCH, CHs -
OH
0 OCH, Ry o HO &
OH o o HO o) d ©
OH
HOCH, o OH "
HOH,C Lo cellulose
(o}
(e} g
OCH,4 o
o OH
o o Hgy\arow 0
H3CO OH  .Ng4 OH .
' hemicellulose example
(xylan)
_- lignin structural features
CH,OH

JUN 2.1 lassassluanaveswaglas willwaglaa uazaniiu [7]
2.1.2 mslduselevidanndauiaussnnanluiwaglas

IS a v oy ! ' o a d’lj a v
Fausziananluwaglaanlannunawieg anunsailUnEnweIngs nas uag
a13uadl Tk unseutunswlsiy delaemiluudinssuiunisulssudinanasdsenauly

[
v a

A8 3 VUANDUNEN Al

1. nswenTandaeendussiusenevees lawn waglaa elwaglaa wazdniu lny
9IABNILUIUNITANNG LUU N13NT89 Nslaimvinazateann nisnau saulufienisiseln

NoAWDSAANY

! [%
av v U 1 A a |

2. MsudsguansfanansiildandunsnluduamsiadiffiyadmdeSondn buiding
block 14w woanages nynayddin WWudu lneldnszuiunissieg wWu undindu
(gasification) n1sutin (fermentation) lulslad@a (pyrolysis) mMswdsuaauzanveandaide
whaduveauan (liquefaction) Wudu

3. nswUsglansiediflaluiludagseansindiyanniia wu nswussunsaagadnly
\Junsalaituedn (diphenolic acid) dwsuduaseinedwes Fan1sulssulutunauiidnae
Ne1Te9iunNsidaaLsefasen wu lalasdwdu (hydrogenation) Beiannieansiadl

yaAniuduneilaandanagninlulduselomilussineg deandugui 2.2 (8]



o

Automotive

resistance tire, battery,
nano-adhesive)

(Automotive sensor, wear

Biocomposite
(Poly-lactic acid based-,

Cosmetic
(Make-up, sunscreen,
hair care, moisturizer)

Pulp and paper
(Newsprint, packaging)

starch based-, poly-hydroxy =
butyrate based- Electronic
nanocellulosic composite) (Computer, shields for
electromagnetic radiation,
digital display)
4
4 ;
Food
(Stabilizer, micro
crystalline cellulose)
J
. P -
Biomass Nanocellulose
(Biopolymer,
biodegradable polymer)
N J
Textile

(Carpet, ecomat, other
underlays from natural

fibres)

Medical

(Nanocellulose membrane,
artificial blood vessel,
covering stent, bone
reconstruction)

UM 2.2 msldusslenduazdnenimaestiuialumusiieg [9]

(.
Pharmaceutical
(Mask, glove,
nutritional ingredients)
2.2 nglag

nglaacluasivlawsndssinniimaluananedfignsiniifie CoHp0s ANuMETaY

nglaalunsduns lifindu awnseavarsunldAuniigamgivies nglaatuaiunsalaain

lelnsladavaavaglaglaeldnsadudussujisen Inensnagliunniuseiudn-1,4-lnaladsn

(B-1,4-glycosidic bond) vesaglaadanavilviinluanaiimanglaaluign dauanslugun

2.3 [10] Fanglaaduansasdulunsduaseidenfuarasindyanniudnvaisviiani

nsrUIuNssUasensuiuusnee lnemegnansininandalannnglaauansisgun 2.4 [11]

Cellulose

OH B-1,4-glycosidic OH
H,O 0]
%0, Hoo OH
Catalyst OH
Glucose

Ui 2.3 mslelnsladawagladluidunglea [10]


http://www.foodnetworksolution.com/wiki/word/0833/monosaccharide-%E0%B8%99%E0%B9%89%E0%B8%B3%E0%B8%95%E0%B8%B2%E0%B8%A5%E0%B9%82%E0%B8%A1%E0%B9%80%E0%B8%A5%E0%B8%81%E0%B8%B8%E0%B8%A5%E0%B9%80%E0%B8%94%E0%B8%B5%E0%B9%88%E0%B8%A2%E0%B8%A7

10

OH
o. |
0] OH
HO_  OH \_/ S
— 5-Hydroxymethylfurfural HO

Ethylene glycol 1 Lactic acid
OH OH | Cellulose ' OH OH O
oH - : HOM

HO Y ! B [P Yy Y OH

OH OH -3 : OH OH
Sorbitol . _Glucose ! Gluconic acid

/ \ OH

K on Hgﬁé‘&
(0]
OR
OH OH .
Propylene glycol Alkyl glucoside

O
Levulinic acid

JUN 2.4 ansiatlyarniiaviiasne dndalaainnglaa [11]
2.3 5-lansenduiiamasilda

slansenduiiamesiasailuasusznaudun3diinanuiisedlamsdues
wimnangnlaa Inefignsaiife CHO; Wuveudsdrnniganasuiiaini wa HVF Al
Iugamavdineianies aunsoazatslansluiiuasfvinasaedunid luanaves

HMF Usznaumeaswnuilausu (furan) @aivyilsiduendladuasnyflandulansendaves

[

weaneages fansluzuil 2.5 [12] Bednvuzlassadisluanauidavild HVF Wuans

%

sdunsnddglugnanvnssululeslviues (biorefinery) lunsudnansiniyarniudnvany
yialugnamnssuad, Welnds, Avinazate waznefiwesd Aleg1a1siallyaA iUy
dans1eilaann HVF wanslunisnen 2.1 [13] wenainil HMF dalasunisdnduduain

'
1 a

NIENTRNGIUVRIUsTINAaniFosN1ITu 1 lu 12 anselifyarnasiigndndoe [14]

HO\/@%O

O

U 2.5 Tassasraluianaves HMF [12]



11

A519% 2.1 wanAuee 9 RdaaTzilaain HMF [13]

G Taseadelauana Useload
2-luialausu 0 ¥ - .
\@ WaLNAITIN N
(2-Methylfuran)
2,5-lawviadiusu 0 4 .
. \U/ Fawm@aTanm
(2,5-Dimethylfuran)
aseanulunIsnanLaInaY
aa O = a1
nIaLaRain Fanmuazansiaiiannge Tu
(Levulinic acid) 5 s QAAINTTULAL LTBLNES 81
219115 WOALUeS Mvinavaiy
nIANe3n 0 ;
) a15uA3
(Formic acid) HO™ H

2 5-lawiawmnselalasiiusu

0 U o
\Q/ Fvinazane
(2,5-Dimethyltetrahydrofuran)

a1snanulunsnanalsuadl

2-lensonduiannsu (0] , .
Ho/\U 99 lugmamnssuaiines
(2-Hydroxymethylfuran) .
NORLUDS
nsa 2,5-fausularsuendan O o 0 UAUDLIDIAINSUNITHER
(2,5-Furandicarboxylic acid) HO \ / OH | WodlesTININA9)

2.4 nsdanszs HMF annnglaalagldiassufizenviinnse
2.4.1 nszurun1swasunglaalu HMF

nsvuaunIsiasunglaadu HMF ey 2 @une dunsssnidunssuiunis
wuudumeuiealaglinsnuseuawmaiisssiafeilunisssujisen nglaaazgniudeul iy
HMF Fsfiialangleuau (levoglucosan) Wuansiisduns waduvnsilaglvinaldves HMF s
v a v o aaa ! v = [
wagAIn1snMENAeutesuRsIluNUGATeN [15] drudun1en 2 Wunssuiumsiuy 2
Tupau Fadulfisenedinindeliosiu Tunsuusnfoufisenleluwelswduvenglaaly

I3 = aaa gy ¢ a a | g N = aaa _a 1y}
Jurgnleg Fassufisenlameeuledvsensadida drudunsuiiasshsufisendlonstuy
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goulgnladluidu HMF Tussuilissufisenmensausouann Usunasuninsauazdnaiu
FEUINNINAIDAUAZNTAUTOUANATDIFISIURATeEANLd Aot N Wesanilulade
Inmuen1sUaeuvenglag walnves HVF wazddanasonisiinnansdaeinasslaous nld
£ ! aa sa a a < £% [ a &
A04N13 WU NIAERAEN nsaesiin uardHlu Wuau duanslusui 2.6 wenantlniizns
AntuUAsen Wi Usuiamisadinien eumgiiuazianlunisviiujnsen waganuidudy
Yosansaratenglad suduladefdmadonsdunsieit HMF sau [4, 16)
nalan1swdsunglaadu HMF fwduvau fAseuuvaeddunawiusuainnse

a a

adavzlussufisenlelawelswduvaanglaalmlunynlng lnensadidaviedaines
ihmanglaa wdsainduaziinninedeudislelasiau (hydride transfer) aunansify
hmangnlng daunsavsouamatudisisufizorlamsdureasnlnadu HMF Tnense
vseuamnaylilUsnounnngflsidulensondavumivousiusd 2,3,4 voainavsnlna
Jevil¥iAnnIsA1eti (dehydration) sanun 3 Tuana vilsimansnTnananewdu HMF

ﬁQLLamﬂugﬂﬁ 2.7 (17, 18]

OH
0
HOHO Glucose
Route Il OH  "OH | Routel
Lewis acm{ \Bra nsted acid

0

Fructose Levoglucosan
HO

Brensted acid \ /Brmnsted acid 0
O B
rgnsted HO
. O acid
Humins/ —_—

-

degradation H \ / OH Levulinic acid o
) . O
5-Hydroxymethylfurfural, 5-HMF . m Formic
OH acid

g‘d‘i’?‘i 2.6 ﬂi%U’JUﬂ’]iLU?ﬂIEJUﬂQIﬂﬁL‘T]u HMF [16]
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OH
& Ring-opening OH OH OH OH
— =
HO o) o
HO OH HO/M HO N
GIucoseOH OH OH H OH OH H

Enol-ketone isomerization l

OH )
- i OH O OH O
Ring-closing OH=——=
OH
OH

;

OH OH H OH OH H
HO Fructose

l\‘ H,0 Three-step dehydration
H,0 o H,0 2
0 ) J HO By HO/\O/\O
HO g = TNl — \_/
HO 5-HMF
HO OH

JUN 2.7 nalnnsidsunglealu HMF iudunmsufisenuuassdunau [18]
2.4.2 aseunsenviianse

2.4.2.1 fseugizenaniug

Y |

fusslfAzeneniusuiansailflufseinisasunglaadu HVF Toun fiss
Uifseriitianmnsndida wu exgiidieunaslse @luminium chloride) Tnsilounanlsd
(chromium chloride) apsUilasAaslsa (copper chloride) lotdsunaslss (iron chloride)
Auteumaslsd (lithium chloride) Fadnaslsd (zinc chloride) Wusiu [19] wagdalsaujase
fiflanmnsauseuainn wu ninlasvigeslsimudalnin (tifluoromethanesulfonic acid)
nsaimudaliiln (methanesulfonic acid) nsadala3n (sulfuric acid) nsAva3n (boric
acid) nsaneanesn (phosphoric acid) nalalasAaain (hydrochloric acid) nsalunin
(nitric acid) Tnifealansonlas (sodium hydroxide) iusu [20] lneviludissuiizeien
fugazeglufpmeieatuasieiuuasndndae Taednsdwihufiseifuiueu Jsamis
andosfalunisunsvesasieiu vilkasandouiiluansivhufiseldsng dawals
Annnsruiu (collision) fuansfildviufiseldunnniaseufAteAiswus uenanians

£ |

& aaa 14 a < 4 ! aaa a d’( 14 1 < 1
Aesuazgnissuasenlanniiaynmadunalinisiseufiseninduldegreriniuaglyl
[ £ Y ' aaa J o N ! N v

dudeldiisauisendnuaunin aunsavilalunneildgunsunn Ineddnsinig
AauiAsetutuanududuvesiissufisen egrslsiaudederesnisldfssufisen

yiaoniughs N1suendusauiiseneenanarsnesunaskaningvintlaen Weeandasg
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1
UfA3en 1wu nsaatesimiaadl nsndu 1udu Jadeanlddnsgauazeradanansznuse
dawnndeld dmsunsdenltiaiesfnsaiiiiulans duseUfzoneniusannsaiansou
(corrosion) fiiev3einiasufnsnild vilvdedldTaglunisadegunsaliinumuindedu
dwalvialdielunsamuiiugedu [21]

[

2.4.2.2 fi3aUNTEISRUG

aaa % & a

Fussufiseiisiudsiiansaildluujisernsvdeungleaidu HVF laun dlelad

(zeolites) Yandan1Min15aawUINUND (Functionalized silica materials) lanzoanlya

q

(metal oxides) lavzWoalng (metal phosphates) tatnolineduwada (heteropolyacids)
FssUfAsendfiuszneudioaisusy (Carbon-based catalysts) fa13aUfnIendunid

(organic catalysts) \Uusiu [11, 19] Ingnlusaseuisenfiegluanusuandrsainansasiu

1 Y | aaa 3

wavNansioel 1w fseUiserveuta dauasasrukarnanduriluufaieveavan Jef

aaa

Y843 YATENTIoNUSAD A1U1TOLENDBNIINAITAIAULATHANAALAIIBNTI AT
UfAsenenitug truanusunanisldasieduasnginy anusuneLdeannIzuIunsHas
anansauduseuisendunnldlvals wasnumuseauiularaungias eanunsalely

o =

Aeiilgumglgaseanusiugala Missujisentiengnisldanunetuiuniuazdeaunse

WNNALAUDINAR AU LazNITEONANIMNIZADNANNUNTNADINT LALNITAALUTAN WL

auvRvesisaufizelimungannuufisely [21]
2.4.3 sTUUAINaTaY

2.4.3.1 ssuudAdinazany 1 39na

nszuaumsiasunglaaidu HVF TnemhluiRedestunislisissufitoniiangaly
syuuiiivmdesazanesunadidusinats wu tawdadanenles (dimethyl sulfoxide)
Tawmdianeosurlug (dimethylformamide) lanuviawaniaiiu (dimethylamphetamine)
wiialeleTafiaflau (methyl isobutyl ketone) tnnszlalasiaisu (tetrahydrofuran)
1,4-laponiwy (1,4-dioxane) 2-09n1uea (2-butanol) wazwa@lay (acetone) LudY wins

(% ¢

Asetulvinisdeuveanglaanazna i 10 Ens e

a

Tasnarwiesrdamellunisvind

fosn1stsndsliaeslundeululagiu [18, 22]
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2.4.3.2 S3UUAMINAZANY 2 INA

nslgszuudinannidvinazaty 2 vllefisneiu wsessuuAninazate 2 nia Ae
Fpaeniiadud wazdnignalusvhazaiedunid dwuansluzun 2.8 dausd a.e. 1930

Tpnadndinaggnifiumelaieunaslse (sodium chloride) Belugunaalsnluiitaningy
g./I A A

Twndgaiad vanigaiadvinasaedunididuasnlifvmielivanies dwaliigaiaun

v Y v

ndudmelefiennaslsduazignindainasatedunidazatesiuiulatosas [23] uay

v
=< v (%

199970 HMF fpuanansalunisazaigunfinn Iedewalyl HMF MiAndugnainaindnnia

Y

lueigniadiviazangdunsd vinliluigaiaund HVMF widsegtey [24] Usenauiudn

azaneduvsduduaiuufisedlawstuveangnladluidu HMF nsvduaunaldgnisiin

9

(%
v a v o

199 HMF Faen1susn HMF fiatuluigaiadhaulugigniadivinasaneSunisviud dedu
Frowgnamaridsannsatostunisfiaujiieiilewmsdu (rehydration) 109 HMF fia
Wasuluilundndasinasslddug Alidesnts wu nsaajadn nsevlesin 1Judu uas
tJoefun13AIVLLL (condensation) Y84 HMF flazilasuluidugaiiu Jadsnali naldves

| [y

HMF ga¥u [25] wenanidrluiiinduazgnaindudigniadiinazaiedunsdiguiu @

Lo

o £4 [ H < = A o Y o a N 6 aa
dunalaanigaiauiazsiluaisazaredviesda luvaenigaiedvinazaedunidesiia
Unay daalymianisduginisidenanineesdissufazeniinainnisasaufives

FUUUNURIVBIRISIULATEN [26]

M W
S

Biphasic system

—
-

Organic phase 0

O
HOW/(H
\ HMF V
Aqgueous phase N o fi

OoH S
HO g/)o CHOH oy Ho'm "
b\ o — %5 7 HWF

OH

Glucose — ‘CH,0H

OH
Fructose

sUf 2.8 madsunglaadu HVF Tuszuuiviazans 2 Spana [27)
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2.5 wnYenausallanasaaan
2.5.1 dguUfvasangznauaalllonasagani

Wwnagnausallanesadani (hexagonal mesoporous silica, HMS) Wuiilawesa

Fanniin1sdasealassaiegnuluuengglnuea warsUsINTUAIgITUEY UanaNil

HMS W Judannfiiuiifiadnmigas 1015052318608 TURAY ke TaNINANNTUTLIA

' ]
aaa 1 =)

NA13 (mesoporosity) g4 Fedenalmiuiivensvudeansiniinindndieiguiuiagilynesa

' [
a A L4

Fanviindue wenaNtuTagan1ves HMS Asudarunsdiienusnmmeauiouge [28]

2.5.2 ANSaATITENTLNaUDal lanasaRanI

nMsdaasent HMS fedinislea-ea Buainnisii DDA Jaduasivunlaseasne
(structure-directing agent) snazanglusiviazanefiie wu Uimsolemuea gL
(head group) Wiedudivourves DDA avifinsunsisenfuasazansiitlan miaruiusy
lglasiau (hydrogen bonding) dswalvnadiluluiwad (micelle) fdnwaguuuianvzlnuea
dunsUsEnaufiLes (self-assembly) 2 ntuifiu TEOS ﬁLi‘Juaflig’qé}’u%éﬂw?ﬁngﬂ

saa

lalasladmeiinateduledlnues@ang (silicate oligomers) Inslodlniuasdainmaziin

v J

Junsnseduatsnivualassasendassaduluwadudltuiuselalasiau 3nndu

saa a

Todlnwasdamnnaziinnisarukuudundsdanideusauluwadvae DDA Aaduillanasa

FanBslidnuazadiona (gel) deveaflalusuusis ugwihnisiia DDA Tnunilgumad
2 videadmeandelevuealasn1siinang dmsy HMS duitnisadadoieniueans
dawalst HMS TanvAnAndnsngungiige esarnniswifigaumagligeazdanali
lassa$eves HMS iansianatgldusdiiiaiudusyidevvedlasadiediianas

[29]
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Micelle Increased /,v-—"""’ Increased fote |
formatlon concentration 4 _/ concentration ¢
’_’ 7__,.»"'
=

Surfactant
molecules

Surfactant Surfactant

micelle micelle rod Self-assembled
hexagonal micelle rod

Silica precursor
addition

Surfactant

¢ removal

2D hexagonal Co-assembled silica-
Mesoporous silica template composite

JUN 2.9 M3duasizh HMS fie3snisiea-iaa [30]

2.5.3 Uselevivaaanaznausailgnasasana

[ '

wa a i A4 ad ada o
Q']ﬂall‘Um‘VlIfﬂ@LﬂuﬁU@\i HMS A8 UNUNKHIAINIEES ﬂwmuiﬂiﬂaiqﬁm@Q3W3ULUu

szifou fvurnadiane arunsamuauvuInvesgngulinudeanislngldarsiivua
Taseadns fiafosnmmisaamdou uenaindiuiagwguves HVS dutnaguludaeny
loauea (silanol) Ssanunsadauusiufingwiues HMS donyilsidudurisidie Wuma
TaudAnaaiivaznenmuesiaguasuuvadly Fseansathuussgndduselfisouas
fagadu Tnenisdaud siuRaues HMS amnsavinlé 2 33 16un n1saruuiudan (co-
condensation) iumanaslaiauiifivgflsrduiivosnmioutumaraiuaanminludunou
Fen leliiAnnisdunseinasnisdaudsiiuioniondu uagdnishonisdefndand
(chemical grafting) tiun15U1 HMS AduasgildluvUfATeEa a4y (silylation) fu

'
=

lnsueanandlaiau (trialkoxysilanes) vsousafanaslsleiau (alkyl chlorosilanes) vy

flafidundeanislunneIndnd (eflux conditions) vesiaviazatedunie Fan1sifiamy
Hleidudunisienisdedndandagli HMS dauusiflassairadusedouninnit uas
aunsaUsulsnumy e fuuuiuialade wiligpseefenisnseaevemyilanduniely

swyulilainane nanAenyilsidudningjgnaefauiinaungnyu yhlsuiifs g an

e uaziAndunsizenseninafilsiduiiivuinlinanalvafieglndiu [21, 28]
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2.6 AYWBSAASUBU/FANUNTUADUNDER
2.6.1 auURUaINlINDSAAISUIN/TFANTUN I UADUNDER

Hlawosan1susw/Fan1ulunsuneads (mesoporous carbon/silica nanocomposite,
MCS) Lﬂuaamﬁﬁﬁuﬁﬂﬁmwuua 2USHMTINTUE TN1INTLAUMIVBIINTUIUIANGNY (WU
rugugnans 2-50 wilumns) Mduszidou FadenansonsunsvosasReduLarHan S
ma‘l‘ug‘wgu uaﬂmﬂﬁu MCS Felanvaniuiniflannldveuii (hydrophobicity) A21u
yunusensiandougs warliafiosninmsanufeunandanadia (31, 32) fddyuuiiuin
93 MCS fivgjilaidureseandiau laun wylensenda (-OH) wagnyasuanda (-COOH) &

FIYUNIIATURALNINTELAIVBLaNTUUNURT [33]

2.6.2 NNSAATICHAIYNDTAASUBL/FANIUN I UADNNDER

a

WUINNTEUATIEA MCS 8 2 38 danansluguf 2.10 lawn Hard templating
Fudunisiuunaerisuou wu glasa sauduasazarensnaslugnyuvesilonesadand
ntuyhasueluwdy edsuunasasvewdumsueu way Soft templating Fatdunns
FNgUAWEY sznI1slanedues 1wy Pluronic F127 wag Pluronic P123 1udu duuvas
aa a [ [ = & a J s b4 I 1
FanAndudgniaiile (mesophase) 3nWuUdeuuvain1svaulvnatsidunaisueu
WULRRAUITLIA [32] BetehnazUoldsvedis Hard templating wag Soft templating Wans

Tumns1an 2.2
Surfactant

V Template Precursor Template
A } prcparatﬁi. filling rcmmnl

TEOS

Block
copolymer

Ny g
Asscmblv \/\/Q) Asscmbly a Carbomaalion
B - o‘°'o
O

Nanocrystal

g‘l.l‘ﬁ 2.10 NM3&1ATIZH MCS W35 (A) Hard templating (B) Soft templating [32]
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A5197 2.2 Fofuastodevess Hard templating wag Soft templating [34-36]

Hard templating Soft templating

1. fealdlunsdunsgvindneentys | 1. F8n1sduasiesilaigeen lideenns

d A A

w3olleNdudau lafein1sniiznis
UATIERNUUIN WaTAINITOAIUAY
Ufnsentan

2. NNSAITAAITAINUALATIAS19Y LR

e
®
hol)}

$189n77138 Hard templating
3. @1U150AIUANVUIAVDITHIULAY
lassasala

4. denldduaseniaguiluuuinie

1. A1sMdnansn1vualasdasne | 1. MCS fadgsninmiendnusaudiem
(template) Aou98TN uazdwade | 2. IWFUBdlATIIER AR INATETENINg

a =

Hodndey A1SAANAN (crystallization) Wagn1s
2. ANSAAARISANAUALASIAS 9B | MINETANUUALATIES

Foide | vhanelaseadives MCS file

3. ANH1I0AIUANYUINYBITNTUAY
Iassaselaianties

4. 35n15duAsI T UgoULA Yl

Alddnega

F0819N1TELATIZI MCS A1875 Soft templating waglaTiainaues MCS UanA
SUM 2.11 anguilunissiunguiuiesved 3 asduseneu lawn Aueanesuiaslansdu

(phenol formaldehyde resins) #aiduunasnrsuey TEOS Fuduunasdany uazwalsiin

faa

i 127 (Pluronic F127) fuduaisninualasiadie ledlnwes@aniuazAuealsduds

gavauysalludlenylansenda (-OH) azadrewuselalasiaudunediefiausenlad
(polyethylene oxide) Faludrunfimnuvsviivesluwas F127 inalulaseasadile
(mesostructure) lngrounadniilailasiasiadnanauninauman Jauseudaneduian

@suAdazsgudunaunsn as19iusEe8190auNIU Si-O-C FaRusedinuuTILsItoy

@ A a ) aa P | a . . s a | a &
mW‘W‘UﬁS‘VlLﬂﬂmmgmﬂ%ammmamﬂL@EJ’J Si-O-Si LhagANTUBULNgIRg 1LYl C-C 1NUU
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[ J

AouNadnNlAvzgnMdInatsimualassaiameasasagNanseningl N1Uea waznsa

I

lalasaansn nasntutdegnlaluviasualuwduiiiawdsusdulvnataduasuou

2 L3 4

Fogyililadilanesansvew/danuilunreunednilundniusianingluiign [32]

Prehydrolysis
ﬁ g 1}::’7 F,()ux»POmF.Olm.I "
Triconstituent § o
co-assembly \‘/ v

Mesoporous carbon

s, "?“0"{.
TN

Carbon-silica
nanocomposite

q\\\\‘”
W
o

V.

.b\\°°

Polymer-silica e
nanocomposite Mesoporous silica

F127-PF-silica
nanocomposite

Ul 2.11 nmsdaAs1e9i MCS #e35 Soft templating [32]

2.6.3 Usluvivasiilanasansuan/aan1unlunaunain

[y

60 MCS suaulesldifuiissfitesinnsalunsudeuinnaduidomas
Tanmuazansiailyadufiudneg Tnensdauusiuinges MCS femynsadalnin (sulfonic
acid, -SO;H) viaualaveifianmnsnasuuiuia wu fyn Tulawden amides wosladey
ovgflifion 1udu MCS figndauusiufiafengnsadalningnlédususefiteluufizen
Wamas ATy (esterification) Wagnsudieanaiiiatu (transesterification) [32, 37]
uaNaNi MCS Fagnldlunsguiunisgadu (adsorption) NszUIUNTTLEN (separation) N3
waAmguUnsalieafuaen (optics devices) wagmandndaluil (electrodes) dmiugunsnl

AnLAUNS91U (energy storage device) dnee [31, 38]
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2.7 lulawdeu
2.7.1 auvnveaslulawiey

lulawleyu (Nb) gnaunulul 1734 lag John Winthrop wazgniasignludl 1801
Tne Charles Hatchett 9antiulu® a.f. 1809 William Hyde Wollaston niafianidanguls
Wisuidfisululadeufuwmmay widunuisgi 2 Sesdusznouadiefunndsdenaly
Tladeufiaudfimeneninuaziaiindiefuunumas [39] Nb Wulansunsudduiivnen 3
mméauﬁu%qmmsaaL‘ﬁJuLLN'uU'Nﬂ viiogus1winge 1a ddn1una flaseadrandnidu body-
centered cubic (BCC) wagfimnuudauwssunninlavevdinduq [40] Nb Ju 1 Tu 5 laned
nilvluaziiafiosninniennuiougs Ine Nb digavaeumaifie 2,477 oargaildoa wazdl
AU 8.4 n¥udegnuiadisufiuns [41] uenainid Nb dudulavediann

nIngardnNunuMUsielt Begusuasdnuazvetluleilounansisgun 2.12 [42]

Uil 2.12 Us1auazdnuaizues Nb [43]

Y

2.7.2 Usglewivaslulaidey
2.7.2.1 Usglgvivaslulalenluduinssu)izen

Nb Tuguveseenlus (Nb,Os) dngnldilusussujiserviiansalunasujisen wu
wawme3iadu Toluwelswdu lolaslada flewnsdu Wudy [44] Nb,Os anunsafulgwansa
ﬁﬁaLLazﬂsmusauammfﬁuagjﬁ’quﬁmammﬁu Fedndruveansaviassyilntufuusunm
Nb Alnanasuuiisesiusauanddugui 2.13 Woumnas Nb s Nb,Os 9wnszaeiieguus
5995UNUULAYA (isolate) Tne Nb lossunansautinindida dau No fasrsiusyiuny

lonsonda (Nb-OH) wansautRANSAUSOUAAA WALDUSUI Nb UNF15895U81NTU Nb,Os
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LAUNITIMSLIALUU 2 TR waz 3 08 vIRdUSuIa Nb-OH 11nTu 39d9nalidndiuad

ASAUTOUALALALTY [45]

H O ) (H) o (H) (H) o (H)
p \II/ ~N \|L,,/ ‘“‘*--__” — ‘-—-..|L/ ~

o | \*O(H) (H)O/| O(H) (H)O/| \O( |'/ | \O(H)

(H)O | H
R | | |
Isolated niobia species Two-dimensional polymerized niobia species
'(H)I o (H ) (H) o (H)I
G\ H9 (H)O Sb (H) \ J H™
RN /E. Nb%
o” |\‘O(H) (H)O oﬁ(m (H)o C|)(H)|(H)

O(H)
l |

Three-dimensional polymerized niobia species - Nb,O;5 crystallites

JUN 2.13 HavasU3unae Nb #an15n38M8fIvee Nb,Os Uuiisessu [45]

2.7.2.2 Uselpaivasiulaideulududue

<

Nb gnltdmsunisuanlavenanifiiafiosnwmnannufougsuaznanmananuias
yilafilaudniviadesufnsnidundos insessudloiu JUu1is ndesiledn vie guives
wiwdn wazuvisdenlany Tavewan Nb gldlunisridauazilanafunsunng sz Nb
liviuFAsenfuiofovesyud dau Nb usandgnldifieairuiminiideiadnsy
\Adeassaynia [40] unnintu Nb fdeidedudruaudununisianieunaznisifn

panTAtu lagtila Nb duRdiueInNIALarAINNYY TUVDd Nb,Os NIUAIAULULILAATY B9

(% (%
[y [

= v o & Y & I o Y a 1Y) ] !
guivhmihduinsedesiuaniawazanudusazsidunalilesiunisiianisianseusely
Feaunsadeatunisiinnisinnsousniniasiioniegunsalingg Mdumanld waziilosain
AIUBBU ALY AUVUIURENISARNToU LasanauURnlineliAnein1sud Jevh

InluloWeudeugnihanldlumsvinasesdsedudname [41]
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2.7.3 dunsevaslulaileusauywduasduindon

Nb wazansUszneuves Nb o1ailuity dadu Nb silfiAanisszaeideasenisnn
wazinils Wegaruazgniduliludemdudilvguazlunszgnidudiudaly Taesfuegly
nszduszuulouleidadamaliiAinnissuntunnaidon waznuinludainaassnisgany
Tulewdeululase (niobium nitride) wazlulaidouimumnenles (niobium pentoxide) fiszeu
40 findnsusegnuiadiuns ilugnsiliAsunaiiven uenanissdnenuitlulobesl

[y |

Tuns1ReaIINa0l [40]
2.8 MUINNYIVD9

Zhang uagAny [46] Anwinisdaasient HMF 9naisiulansasings lown nglaa
wle walalulea glasa waglad uwazlelaa lneldluloideuneawa (NoPO) 1ususs
UfATenluszuuivhazas 2 3gaa 7l MBK ufwhazanedunid nuindldnglaady
ansadulunsdaased HVF asvilildnaldves HMF guitan sesasnie walalulea uil
glasa lwaglaa uarlelaa audidu Sansldlelaaduansdauag sl dudnfasidiulng
Humesina Jeaguliinglaatudanuthaulawasiidne nitagiunldiduasdesuly
NdUATIEN HMF

Nuntang kagany [47] Anwin1sinieuuiluaeunednieg19sssuvInLazianes
neusailunesadani (NR/HMS) feisnislea-iaa laeld TEOS WUuunasddn uaz DDA
Huansimualasaadne wudt NRHVS Aldfanifliveuth fufiiadimsiasUiinnsgmngu
g9 uarillassadragnuaniisindognusu (wormhole-like) fiflvunnlutsiilanes vinli
NR/HMS Huaniinaulaldilumgedunaz i sufisen

= aaa

Saravanan wazaue [48] Anwiniswasunglaalu HMF tnglddsaufiisen
nugLazALsU ATEIIsNuGYAce 9 1 AgReniy wudl NslYRssUasenid
Fuwniansadaiesatufedlvinisasureinglaaias winalaves HMF ¢ aagiinisly

AiseURise R sauseuamaisseg 1 AeliaN sAsuTaInglaatazHalaves

' [
) U

HMF 9191 wonantinuin fnsesuisenindunuinsadidaiazniausouanaaglinis

£%
Y ]

Waguvenglranauaznalives HVF figeau Jasuladndussljasedlalunisiuion

Y

& a a_ a = & v 1 aaa A o w
ﬂQIﬂaLUu HMF ﬂ']ilWNﬂ'ﬁ@ajaaLLagﬂiﬂU3auaLmﬂ'ﬂﬂ'§]3L‘Uum']Lﬁ\‘iﬂgﬂﬁﬁlflml,ﬁllflgallafluﬁﬂ

nsduAsIZY HVF 91nnglaa
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Peng UazAmy [42] Anwin13dauAsiedt HMF a1nnglaa laegld Nb vudlsessu

flewasadann SBA-15 (Nb-SBA-15) Hudiisufsen TunToudedsdumsaiudy niou
Ususasarulasluaves Si/Nb Wiy 10, 20, 40 waz 80 Wu3 Wieshsdru Si/Nb anas
vizaUSunas Nb Alvanasuy SBA-15 fiUSunanfiudu §asnduseninensausoaanLasnsa
A1Bavedanfintuiduiu Tag Nb-SBA-15-40 1HusssufAseiilinsudsuvesnglad
AMSLEBNININE LazHalavas HMF fqaﬁ'fcjm FeazUlanndnsndiuseninnsnusouamALazNIA

o [

ddaluladudfgylunisdunszidt HVMF annglea

Lin uagAng [49] Anwin1sdauasien HMF anusnlaa lnsldunuunezgiiun (y-
ALO;) uag y-AlLO; ﬁgﬂéﬁ’mLLUiﬁuﬁaiﬁﬁwyjﬂim%’aIWﬁﬂLLaw%mmﬂﬁuauLmeqﬁu Tnely
Tnsialasiumendlatau (trimethoxy (propylsilane, (CH;0);Si(CH,),CH,) eonfialasiunend
leiau (trimethoxy (octyl) silane, (CH5;0):Si(CH,);CH;) wazilgnegiandalasiuneondlagiau
(trimethoxy (hexadecyl) silane, (CH50);Si(CH,);sCH5) 1ulnasasuau wuin lafiufinves
39U iAseTivs IS UewRtY dwaliiaisuiAseTauoRldveuifistu uaznudn
39U FAsefinuTiue fusuvdeauiRliveviunnfigaiulinisidensunzuasaald
Y93 HMF gafign Fsagulsinduseufizoniivmnzaulunisdansizst HVF 91nnglaa aasd

s 1 L3 = a wa 1 %’
AUBULTUBIAUTENDU “Vii’e]ﬂ’JﬁJﬁNUG]‘liJ‘UE)UU’l

] o v o

Li wazany [50] Anwinavesdvinavarudunsgdmiussuuaiinazaty 2 3)a1a
loun waselalasWausy (tetrahydrofuran, THF) wilaleledaiaflau (methyl isobutyl

ketone, MIBK) d-lnunzianlau (4-pentalactone) 1,4-laeniau (1,4-dioxane) wazlngdu

a

(toluene) Tunsdaasnzsi HMF annglaa Inglidan1-ozqiun (ASIO) ATsnsdu SI/Al

wiritu 20 Wudissuisen wuin THE Wudihasanedunidnlinaldves HMF gafian uas

Tinalavasndniamnaselague Milidesnisanan Jsagulainssuudnhagaty 2 3gnie

q

& a o

7l THF Wuihazaneduvsdivseansnngedmsuniswdeunglaauy HVF
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uni 3

A9N15ALHUNSIAY
3.1 @15.A%

3.1.1 ansdilunsieseululaisusessuaigianazlnuaaillonasadan wasiily

WOSAANSUBL/BANUNUABUNDER

1. ¥7195357U%1A (natural rubber: styrene-butadiene rubber, commercial
grade, Thai Hua Chumporn Natural Rubber Co., Ltd.)

2. 152108005 lnTaIne (tetraethyl orthosilicate: Si(OC,Hs)s, AR grade
98 %, Sigma Aldrich)

3. Iawn@aanilu (dodecylamine: Cy,HyN, AR grade 98 %, Sigma Aldrich)

4. wnselalasiausy (tetrahydrofuran: C,HgO, AR grade 99.5 %, QREC)

5. onuea (ethanol: C,HsOH, AR grade 99.5 %, Merck Millipore)

6. N3AFaNI3N (sulfuric acid: H,SO,, AR grade 98 %, QR&C)

7. 1hndu (distilled water)

8. wonluflsululatuneengtanlansn (ammonium niobite(V) oxalate
hydrate: C4HgNNbOg - xH,O, 99.99 % trace metals basis, Sigma
Aldrich)

3.1.2 answadlunsiinenisideunglasduy HMF

1. ﬂgﬂﬂa (slucose: C4H1,0¢, AR grade, Ajax Finechem)

2. lodeunaalsa (sodium chloride: NaCl, AR grade, J.T.Baker)

3. wnselalasiausu (tetrahydrofuran: CHgO, AR grade 99.5 %, QREC)
4. 1hndu (distilled water)

5. whalulnsiau (N,, 99.99%, Thai Japan Gas Co., Ltd.)

3.1.3 asnifilumsinszindadiugiainnisiasunglaadu HMF

1. lyiawiiaflau (ethyl methyl ketone: C4HsO, AR grade, QR&C)
2. 090 2,5-Wausulanisuenddn (2,5-furandicarboxylic acid: CgHaOs, AR

grade, 97 %, Sigma Aldrich)


https://www.sigmaaldrich.com/catalog/product/aldrich/525839?lang=en&region=TH

3. nselalasilausu (tetrahydrofuran: C4HgO, AR grade 99.5 %, QREC)
4. n3agaazn (sulfuric acid: H,SO,, AR grade 98 %, QR&C)

5. ﬂjﬂﬂélju (distilled water)

6. UU3gms (pure water)

3.2 gunsnluazinzaslionly

—_

X N o R DN

N N N ko, Rkl k) ) | ) | s e
N —, O OV 00 N o0 L1 AW DN -, O

25.

TUnines (beaker)

vInuALAuans (laboratory glass bottle)

naRANEAAITL UL (glass dropper) Wagqngna (rubber bulp)
WNNIUULUAN (magnetic bar)

Jusau (glass burette)

N3z UBNAIY (graduated cylinder)

YInAunau (round-bottom flask)

N32AETIENS (weighting paper)

nszA1unIes (filter paper)

. NSz wangia (litmus paper)

. AouLnwesldnsziuig (Ailhn condenser)

. VINARAINAY (suction flask) uaznTIYBLLT (Buchner funnel)
. FousinansatauLad (stainless spatula)

. 189ARRYN (syringe) Uaz@INTeY (nylon syringe filter)

. 90laUin (autopipette) waziiuliun (pipette tip)

. UINATAIDE (vial)

. 1IUTNINT (volumetric flask)

. thenszdomumnudou (crucible)

. 3gmendyilanuligs (quartz block)

. MUPUITYIThanmend (quartz boat)

. NTINUIANT (watch glass)

. ANAY (forceps)

23.
24,

819115 uRBALAU (silicone oil bath)
lavaenm1uau (desiccator)

Uugma1ne (aspirator pump)

26
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26. \P30993ENS (analytical balance)

27. \n3esmuansndoulinuiou (hot-plate stirer) wazimoslududa
(thermocouple)

28. wisoslumies (centrifuge) warvaoniumies (centrifuge tube)

29. Lﬂ'%laaﬂ?iulﬁmmmﬁqﬁ (sonicator)

30. gaulwil (electric oven)

31 ANANTBUES (muffle furnace)

32, WL UIUBULULUYB (horizontal tube furnace)

3.3 NS UAITDISU

3.3.1 N1SsgNENYEInUaall luNaSaTaNI

n1se3gd HMS fgisnislea-laalansaguil 3.1 kazdiululuaves TEOS, DDA,

H,O wag THF Lang@an1s19il 3.1 9390156 5euidunaunall

(1)

(2)

(3)

(@)

(5)

(6)

()

WL THF 13.34 NSy wag DDA 3.75 ndu nausiusuluviauwdfvalsvuin 250

a

aa a v Id =
A08AT NMIUNYUNNLUNDWTUIAT 30 UM

9 Y

pmid)

£% '

W3BNUINAY 53.05 n3u Aeeq neaasluvauifvasifasnaiwieulalude (1)
muflgumaiivieaduiia 30 ui

w3sy TEOS 10.5 n¥u Aowq venattuvinuiufvasfiiarsnaudiwiouldlude 2)
mufigamgiiviesifuian 30 un

thansuauiiedonlilude (3) Wusonmgll 40 ssmwaies Wuna 24 Halus
thanswaniildludo (a) lunsosdhoyansesmdouiugrennalaglinszaunsoaves 42
wdhvesudsildluouiaamad 60 ssrmwaiioa 1Wunan 18 Halus uazualiaziden
Aglonsvoaudadun Inawdauunuaiey Assyn HMS

11 Assyn HMS 3 nsu ldadnmeansazansnsadaiain 34 n3u Tueyiuea 118.35 n3u
wansamfuluvInfunan nauilguvadl 80 esmwaldea iunan 4 Hlus
Seafniaandniasnaniildludo (6) lunsesdsganseaneuiugaeinialag
T¥nsgmunseaues 42 wagdrefelonueainsanisf aunseiiarnsa-uadunans
(pH = 7) uiahweaudeiildlusufigangii 60 esmwadea Wuan 18 $2lus anniu

Ualazdanazlanavedadvn Tna@auwnusig HMS
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A1519% 3.1 s1uruluaves TEOS, DDA, H,0, THF way NR Al4lunisimiensasessu HMS

ey MCS
Mole
Sample
TEOS DDA H,O THF NR
Molecular weight (Mw) 208.33 185.35 18.02 72.11 68
HMS 0.0504 0.0203 2.944 0.74 -
MCS 0.0504 0.0203 2.944 0.74 0.0074

THF + DDA

Stirred 30 min

HO >

Stirred 30 min

TEQS |

Stirred at room temperature for 30 min
Ageing at 40 °C for 18 h
Filtered and dried at 60 °C for 18 h

A 4
Assyn HMS

Extraction with 0.05 M H,SO4/ethancl
solution at 80 °C for 4 h
Filtered and dried at 60 °C for 18 h

HMS

UM 3.1 Jumounswsey HMS melsmslea-iaa
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3.3.2 NNSASEULINDSHAISUIN/TANTUN LUADUNDER

n13w3eL MCS fedgn1slea-aa wagnisarsueululedy wansdegun 3.2 uay
uulNaved TEOS, DDA, H,0, THF 1ag NR Lansdin15197 3.1 §935n15L058uidunay

&
U

e

a

(1) w583 NR 11niin 0.5 nsu walu TEOS 7 n$u TuvaawdlAvansauia 250 Hadans

(%
[ o

Wuaan 16 9219 ®d191num TEOS 99n21nU7ALALAUEATIANLA LazanTudn

=

i TEOS ﬁgﬂ@m%m
(2) w3en THF 13.335 n3u Aesq neaasluviauiufvansiid NR Aweuldluded (1)
mumuftgamgiiviesfua 24 9l
(3) w38 THF Wiudn 26.67 n3u Aesq nenadluvinuAfivaisifiasnaniindeulaly
foi (2) muilgumaieadunan 30 i

(@) w3sun DDA 3.75 nSu Aee s wenasluaaauiivasndaisuauimsenlaludedn (3)

mufgamaiiviesduna 30 wil

a

(5) wWw3sy TEOS lmediu1ndnyindu 10.5 N5 aunlguInln TEOS Nnanandulude

Y Y

(1)

Aoy vemadluviaumiAvansiiflanssainionldluted (@) naufigaumaiveadunan
30 W

(6) wisnndu 53.05 n3y Aewe nesadluviauAivasTitansnanTinIenlaluded (5)
muftgamgiivtesifunian 30 un

(7) thansuasdiwSenlalude (6) luuigamal 40 ssmwaBea Wuna 72 $3lu

(8) ynsanazneu (precipitation) frenisiiuieniuea 50 faddns luriaudaLfvansiid
ansuauiieRenldludod (7) muilgumgivieafunan 30 uni

9) tharsnauitldlude (8) lunsesfegansamiontugaoinialnelinsznunseaves 42
wdhvesudsildluouiigamad 60 esmiwailoa 1Wunan 18 Halus uazualiaziden
Aglarsveaudedun Inedeuunuaie Assyn NR/HMS

(10) U1 Assyn NR/HMS luadnmsansazatsnsndaiain 34 nsu Tuevnusa 118.35 nu
wasamfluvInfunan nauilguvndl 80 esmwaldea iunan 4 Hlus

(11) thanswauiildlude (10) WWnsesteyansomiouiugnoinialaglinszarunsesues
12 wasrihvosdaiildlusuiigamgdi 60 ssmuwadoa iunan 18 H2lus nduualy

Azt n PN TIFAI99U Tnulaulnuele NR/HMS
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(12) yihnsasueuluiedu NR/HMS mglaiiiiuiuaukuuvie gamgil 700 aemiwalgya

Wunan 1 9lus meldaniizussennieniasnsneu antuualiazidonazlaueuauda

Ann Tnelgunnusig MCS

NR sheet + TEOS

THF

DDA

TEQOS

H,O

l Swelling for 16 h

Swollen NR

—

Stirred overnight

Stirred 30 min

Stirred 30 min

Stirred at room temperature for 30 min
Ageing at 40 °C for 72 h

Precipitation in 50 mL of ethanol

Filtered and dried at 60 °C for 18 h
\ 4

Assyn NR/HMS

Extraction with 2 M H,SO,/ethanol
solution at 80 °C for 4 h
Filtered and dried at 60 °C for 18 h

NR/HMS

Carbonized at 700 °C for 60 min

under argon atmosphere

MCS

JUT 3.2 Tumaun1siesea MCS melinislea-iaa uaznisansusuluiedu
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3.4 nsmsenlulaeusessunileangzlnuoailenasadant wazlllowasan1suau/

Fan1uluAdUNWaEn

nswssululailonsesiumetenaslnuoaillonasadant (No/HMS) waziilgnada
ASUBU/Fan1ulunounadn (Nb/MCS) A1e35n198unsAtuduLuuLllannef (incipient
wetness impregnation method) Tnadfluesluiilenlulolunesnynanlamsatiuunas

Tulewdoy uanedsgun 3.3 dduneudsil

a

(1) 116759350 HMS waz MCS Tuauilgamnll 120 ssmwadea Wuran 2 Talus iela

Y

[ 1% '
LY

ANMUTUNIDAIVUUBUVUNURIDDN INUUMIUSUIUUINAUNYINARITDISUNY 2 DU
wazanUuinUsuaunta

2) wisuasazarewauluieululauneansanlawmsn Ingldusuiainduniuilalute?

A A

(1) NUUADY Y NYAEANTAZALAIUUAITISTUNHIUN1SoUTlaRINTuMs edsUwlouuy
HuRInad nieudunisniunanliasavalensyateeg1anaie Nalidnagiiely
fsessuduimeansarale uazeuilgamall 60 samwalea Wunan 1 Au udnly
v v ¢ = a = [ o
wnglaaniizusseniakiaeisneuioamai 550 esrnwaidea WWuian 5 Falus
gavingagladissuisenluiige lnew@euunuaie X wi% Nb/HMS 138 X wt%

Nb/MCS Tnei X wnusesazlagtivunvesluladoy dalawn Sesaz 10, 20 wag 30

HMS or MCS

IncCipient wetness impregnated with
ammonium niobite(v) oxalate hydrate
solution

DCried at 60 °C overnight

Calcined at 550 °C for 5 h

under argon atmosphere

A 4
X wt% Nb/HMS or X wt%

JUT 3.3 Tumeun1sinieu Nb/HMS wag No/MCS smedsnsdumsauduwuuidenned
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3.5 N15ATICHANUANIINIEATWLAZLAN

3.5.1 madAn153As1zRaNTRANSEaN8AM19AIU50U: Thermogravimetric/

differential thermal analysis (TG/DTA)

MlnsgandAnsaaisfimeanuouiumedaiiliiinszsinisiasuuas
dminvasiegadeldfuainuieuiigung i lnsldinies T6/DTA 8% Rigaku
Thermo plus $u TG 8120 (3U#l 3.4) MsdasgshidnainnisdaiminfogieUszanm 10
fiodnsu Tdlun1uzsesiusosna antuhlunsvuiiuneiiedieeaados T6/DTA Tng
fuannazlumsliesevidell gumndfliveaetludag 50 83 1000 ssrsaiFea Snsns
gl 10 ssenwadeasieud meldeinafisnsinisiva 50 fadansseuni

nansieseidismaiaiazuaninsnaruduiuiseniradminfigydely
(weight loss, TG) LLazéJm’m'liqzyJL?iEH}’mﬁﬂ (differential thermogravimetry, DTG) U89
fregreiivdsuntasivludrsgungiivieg foyadildaruisaruimiesduszney

(composition) agnalnnisaane (decomposition) Uasiaegala

=

389 Thermogravimetric/differential thermal analyzer

gﬂﬁ 3.4

B9e Rigaku Thermo plus $u TG 8120 [51]
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3.5.2 wmadladwnlnsalnUlnlndiannsaunla5edidnd: X-ray photoelectron

spectroscopy (XPS)

N157LAS1E AU TENBUUUN URI989R10819191AT 89 X-ray Photoelectron

'
a

spectroscopes B%e Ulvac-Phi 31 ESCA 1700R (5U% 3.5) N193A512HEUINNITATEN

Y

Frog19lne 1935 sensdogeUszana 0.5 89 1 fadnsy vwmuaisusuiiinuunivus
nowrdesiiufsessu mnduhlulssnevuuuiunsegnwenaies uazded diindviln
Al Kol (1486.8 Bidnnsoulaad) asunituiinvesiegnuaznsiaianisnssanenduyes
SLﬁﬂmamﬂuﬁwqmaaﬂm Tnendsaunuse (binding energy) @msualunnsu Cls, Ols
uaz Sizp gnuiuiieulpededn Cls 7l 284.6 Bidnnsoulaad

nan s TeidemaiatasuandusUanasu XPSs seviandanuiusyiuau
Wureedy U (intensity) auJﬂm%’uﬁléfmﬂm'ﬁLﬂsﬁzﬁ%aamé’aﬂﬁwﬁmm@ﬁaﬁjwﬁuﬁa
desmnudazsadinsindoslasadedidnasouuazssdundnuanizdn uonanissld
mwaaumiLﬁmﬁ’uﬁaGumimaqauuﬁuﬁamﬂmswﬁauLLﬂaaizﬁuwé’NmﬁL?mmau%u’uiu

Wadaindsuniaaiisavasnautulasuly

31]17; 3.5 1A304 X-ray Photoelectron spectroscopes S Ulvac-Phi i:u ESCA 1700R
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3.5.3 WANANISIALIUNSIEeND: X-ray diffraction (XRD)

N153LAS1ENaN TR LT lasIas1evesdIog19ntgnalla XRD 14iAS09 X-ray

diffractometer &%@ Bruker §u D8 Discover (3U7 3.6) lngodenann1sveshusn (Bragg’s

law) %130 2dsing = nA Tun1sAmuAMsdeLULesdlendndswihutundnieglufiogig

aauanalugun 3.7 lngagldamawmes (detector) Suauiuesfediondiiinainnis

(%
[y

denunluyueneg veen1svadey Inelunuideimnunniizlun1siwmaeilisei anuens
AauSIEeNguiin Cu Ko (AIMEMIARUNAY 1.5406 d9ansow) wssaulnin 40 Alaliad

nsvualniin 40 faduenuys dns1n1sawnu 0.02 aermeulil wasyuannseny (260) Tutas
0.5 §13 10 91 @UFUNITIATITINITBENULVISIFNFNYULEN
wazlutae 5 88 80 99A1 dMTUNITIATIENNITEEAVUYDITIFBNGT

(low angle analysis)
3un31399 (high angle
. a [ QI a Y 1 = U (Y 1
analysis) NMFAATITRINMINNITAILUFBE1S (Uszanm 1 89 2 n5) naasuuaaldiiegg
wazindgliiininvesiiegisseuareivreurainvuyldiingne antuiiluusenevuy
WUIN9A08197044A509 XRD
wadalaiunsaldimsendnssuisenlanadenuninueazidausuin nanis
Ansrzinlaanwaiiatuanaduzuuuu XRD (XRD pattern) Bandionseninayu 20 waz
ANLLNYRdy I (intensity) nenisseulassasiavseigninvesndniumiseuisenann
sULUU XRD agldunuatazanuiduyeafianusngIuaawysniussuiunan (crystal
plane) kazYUIANTBUIUINVBIHEN MUFIFU VzNAUNI kA FUTINvRINATIAAT Y
! 13 1 vy Ao o A | & =~ v o - %
wraguriglideyanddndus 1wu anulussilyuren1sinseesnouniolasaasne
TusguuturIeAMUENYIHYeINEN wanNUausad AT e AR lauAwIMENTR
WalAseasele U SYurTEniNesEUy (d-spacing) YuNAaanuie (unit cell parameter)

WATUIUNANANLRAY (average crystallite size) [udu



g‘ﬂﬁ 3.6 1A309 X-ray diffractometer 8% Bruker Sq'u D8 Discover [52]

Incident
plane wave

2d sin 6

Constructive interference
when

® o o o o o nA=2dsin 6
Bragg’s Law

35

JUN 3.7 sdiuumsannsenukagnsiieuuiidendlumada XRD mungueawusnd [53]
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ANSANUIIUDLNATANITLARILUUS IEBNTD

(1) 3282M9ITNINTZUIN AWINLAIINNTTEIUUTDITIABNIAIUNVOIMUINA

Fauandluaunisa (3.1)
2dsin@ = nA (2.1)

e d Ap Tz8ERINTEnINgTEUIy, 938050 (interplanar spacing, A)
0 Fip YUANNITENUVRITIFBNGAUTEUIUNEN, 83N (angle between
the X-ray and lattice plane, degree)
n Ao Suufuunudusunisideauy (n = 1)

A Ap ANUENIAAUVDISIELENG, 898RN (wavelength, A)

(2) vunwaanile Arwnlaandeyassuiundnvesigaianauls denansly

Aunsi (3.2)

Wio a, AD VAWAANUIY, B3anTau (unit cell parameter, A)

di P F28EIENINTTUI, 838nTa3 (interplanar spacing, A)

hk| g AYRsEUIUNan

(3) vurnndniade Arulnlandeyassuiundniaulasivaunisiyesises

(Scherrer’s equation) Fauandluaunisi (3.3)

KA
Dp= (3.3)
Bcosd
e Dp Ao vuAnEniads, Seanseu (crystallite size, A)

K fie winmasgunsa (shape factor)
B fie ANUNINNANEIRTInTlivadiia, isiie (full width at half

maximum, radian)
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3.5.4 wailan1sianisgadu-n1satsuialulasiaw: N, adsorption-desorption

measurement

Y :
¢ N a [J

NTIATIVHUNRITUNIZ JUIAFNTY USUIATINTU LazTULUUNITNTZANEIUIA
gwqu%dﬁaaé’mwlﬂ%m surface area and porosity analyzer gﬁ@ Micromeritics i;u ASAP
2020 (5U7 3.8) Invefumaiianisinnisgadu-nisaeufalulasiaufigung il -196
psmiaLdya NMTIATILRENAINNNTATENfIBg YTz 0.04 nfu Tnedegsazgnla
Arutuuarasdetuiignaeduuuiiuinnelfanneayginadenslieufeudigumgd
150 psmiwardea e 2 $lus ilefeesgaduufalulasiau mufunelunasaas
anas unsztaUiunanialulnsauiiteudiluuarufafimdesgluiuiiitadidanga
Tnenassosiinauian 2 Aevimnnufalulnaauiigngady

nan1slngidemaiaiaguanduslvesioledisureanisgaduuaznisaie
(adsorption and desorption isotherm) @udunimdusiussenitausuaufaiigngady
(W30A1898N) LAZAITUAUAUNNS (relative pressure, P/Py) Tuta 107 < P/Py < 1 910
foyafildanunsntamuimmiuiiias iz feaun1s Brunauer-Emmett-Teller (BET)

USUIATINTULAZNITNTENYIUIATNIUAILAUNT Barret-Joyner-Halenda (BJH pore size

distribution)

@i micromeritics
ASAP 2020

E‘U‘ﬁ 3.8 15309 Surface area and porosity analyzer 8% Micromeritics ASAP 2020 [54]
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355 wmalandesganssAddianasaunuudainsiaviiai 28 y4u: Field

emission scanning electron microscopy (FESEM)

N153ATIENFUFIUINGT (morphology) kazUUINBUNIAVBIRIDEAIENATA
FESEM 1%ia304 field emission scanning electron microscope 8% JEOL éu JSM-7610F
(3UN 3.9) Feagasanin 3 35 vesiiuifmedsluuinaineinis lnvdesnsinaidinmseu

AUUAIBE19MBNNA9818 (magnification) WA x25 lUauils x1,000,000 N153ATILHLSL

NN eudIag19lnensUAlTITUNIaZBEA 158RIFDE19aIUUMUNIAITUBUNRADE

Y

D1A89A9819 ANNTULAADUAIDE1IAIENBINBUUNILATOIILATIEN IAULATBIDLDIAN

a <

duannsaulguqd (primary electron) 3nunasnLiindiannseu (electron gun) lUuu
ﬁ’gasmLﬁ@iﬁéf&ffgadwLﬁmmingLﬁaﬁl,?mmau%uuamﬁmﬁuﬁLﬁﬂ@iaunaagﬁ (secondary
electron) 1gnoeNiT LATgNATIVTUMIBFIMAMesAeTulAdes FESEM i auusnaldy
dryaalnisedygianin

nansieseidiemedaiazuanafusunin Sevsvenisdnvaensduguine
vaefagalianwarogels dnassaudmseiniznguinludnvugegials wazdeaunse

Awavwneymalannnislilusunsudulunisiuim wu image j \usiu

T §

iy i
& i
. ) 7 "llu

-

E‘Uﬁ 3.9 1A394 Field emission scanning electron microscope

B9 JEOL $u JSM-T610F [55]
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356 wallnganssAUdannsouwuudanIU: Transmission electron

microscopy (TEM)

N1TIATIATUFININGT (morphology) UagIUINBUNIATBIRIBE1ITITVUIAAINT
50 wrlutums mewata TEM 191A399 transmission electron microscope %8 JEOL i;u
JEM-2100 Plus (3U71 3.10) mafiaillda8iannsoundsanuas 200 keV dosiuiogns n1s
AATIERENIINNSWENfegWlagtnesragu v linsgediluleniuea waziiluiwen
AILARULAEANINNEY TIT2LIAUALTEAUAMNLTIVUAUANTRYDIHIFIBEN NUAFIDE1a7
AUNIANTTINLFIAUAIRIVULNUTBIS UMD g 1Az Yol anntiudniluieeei lny
a = 1 Y 1 £ 1 £ saa va P o w 14 A
didnmsouivegiumeg iz audndaudRianiviioveremailanmndaiy
avidengauazyIunuaudn

a ¢y a Ao v Aaa = Ao v =

HaN13IIATIwaemadailinm 2 18 FuldnwausuandeiuluseasiBeaniy
nuan1sviauidentd Bright field iWulnuanisvitsudndlunisadieninvesaias TEM
Tngu3nesegilianuuvselssnaumesiiiauasnouas BlannToudIzgNgANaL
wn il muinadulidlionselddy duvinailififegnadidnaseuaznzgiiuieg

a < ~ 1 &
LALUUNINNEINVU

" STYDHO0LE WL

T

gﬂﬁ 3.10 1383 Transmission electron microscope Sa JEOL iq'u JEM-2100 Plus [56]
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3.5.7 Lwﬂﬁﬂm‘sgﬂﬁumﬂmﬁ: Chemisorption analysis

N1TILATIENUTU LA AU TIVDIIIUMUINTAVBIAIDE 1WAIENATIANITANE LA A
wouly Lﬁamuqmwﬂ”ﬁmﬂmﬂﬁm (temperature-programmed desorption of ammonia,
NH5-TPD) Taald chemisorption analyzer 8% e Micromeritics 3 AutoChemll 2920 il
Amamestiininnisuiauseu (thermal conductivity detector, TCD) (gﬂﬁ 3.11) lay
¥1N15ANINITA18YD9 NH; Tuthagungdl 50-500 eariwaldea n153ATIziizuaInds
faog19UsELM 0.08 n¥u UTTTlunaeazUiag (U-tube) Favhainadtend anduiily
Usznoudhiumnliauoulssandives (clamshell fumace) Tutuseuusnagyins
dneutuuasAaieuuiigaduuuiiuinvesiiegna (pretreatment) faenisliaufoud
gaumgil 500 esriailea Wuna 1 9w meldnisivavesufadiden (He) ismsnisiva
50 fiadanssiound ndsanduangumniivie 50 esmwaidea uazdouuia NH; Tu He
(10% NH5 in He) esnsinisiva 10 faddnsdeud Wunad 30 udl Weasunarfidmus
ou He fhednsnisiva 50 dadansreunit iluan 30 unit wlerda NH; Alsigngadu
9on9N52UV Weszuuasitafiugamgiiveasiedisluaufia 500 ssmiwaldoa fodnans
Wingaumndl 10 esrwaideasioutdt Wuna 30 udl NH; figngaduliazdesqaisesnain

ALINIARAEQNNINERARDIIIY He

Y

' (%
a =

wami’?meﬁé’amwﬂﬁﬂﬁuamLﬂugmwumsma NH; Mg gfifiiisdy (NH;-
TPD profile) Fadunsmanuduiussevinsdanvesdimaines (TCD signal) Augmgi
FaausadrlumuaamUsinamarmnuusesiuntansald Inemiuiildfaseiinis
Leniia (deconvolution) Ineldlusunsa Origin version 8.5 arntutAfufiusdasiiald
Weuiuasunsgiudlelad (zeolite) wila HUSY aglauSunasinumiansneanuituguuuy

Tadluansasoniuvesdnsauisen
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5Ufl 3.1 1A384 Chemisorption analyzer 8%e Micromeritics $u AutoChemll 2920 [57]
3.6 msﬁnmmimﬁ'aungiﬂatﬂu HMF

n1sfnwnisidsunalaaily HVF vinluesesunsaiuuunund (batch) Ineld
golalAanamuLaa (stainless-steel autoclave) NiUTU1AT 50 Haddns sandwduldgean

64 V13 (3UN 3.12) uazaruanaaungfivesunsenfieensuindudalaunasuisniuwivan

Y

'
aaa =

sruuUisendildfe syuumvhazats 2 Tnaa el THE Wuinaiadiviazanedunid
warTaeifisusiieledeunaelsd Tusnsdnlasyiuns 2 de 1 Tnedadeiidnuiised
- fin3995u Tawn HMS wag MCS
- Usinaululefouuuisessu 1dun $esag 10, 20 uaw 30 Tastudniftsuiu
thwingidsUfAzen
- Qmmgﬁﬁi‘ﬁumsﬁwﬁﬁ%m TawA 150, 170 wag 190 aerwadod
- nmﬁiﬁumw‘hﬂﬁﬁ%m 18R 0.5, 1, 2, 3 way 4 4l
- USuauiansaiAsen Iiud Sewas 5, 10, 20, 30, 40 war 50 tnetwuinifisuiy

Wmtinnglaaiusu
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Tunounsinwinsildeunglaadu HVF

(1)

2)

(3)

(@)

(5)

(6)

Fanglaaumidn 0.36 n3u lwhguaaslsdumdn 2 ndu wazdinadudmidn 9.97 nfu
aslua3esufnsal nuumuliasazateiiu

T9 THF dwitdn 17.78 n$u wagdaselfisenaslueiasufnsal Unaragneuuy 210y

[ [2]

gaufalulasiaufininudu 10 u1s GU7 3.12) naudsuniswimannisuiuaiuay

gauniimesrniiugalauy (U 3.13)

dlegauniafwnunimue Fasuunanillunisihujise

1
a o 1

Woasunainnmue vgauisenlaenisuieseslfnsaluudluinnoamgiininda

Y

10 a9 waldea Wual 10 uii

Y ! aaa a o '3 v A y 5 N < | e
LLEJﬂG]’JLiﬂ‘dgﬂiﬂ’l@@ﬂf\ﬂﬂﬁ\laﬁmm% Tngluasestuuieaininusiseu 5,000 99UNDUMN

Wuan 20 wdl

[ a v ¥ a a v & v t4 a  fa s I a [
Lﬂumswamnm%‘lmﬂﬂmaammm@mwammmLLmﬂiaquﬂszﬂWamas Tawamnméﬂu

P
o A v Y

1PEIed Insiuweniuszninigniedivhazansduniduaz inaeiidusame

lofeueanlse uazinulilugudidu

5UN 3.12 insesunsaloslapanidamnudu (§1e) wazyngunsaldnnnusiu (¥37)
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U ol
\\\ i e

JUN 3.13 szuuiassaunsaldmsunsideungleadu HMF
3.7 mylwsgindndaniannisiieunglaaidu HMF

MyinTzimerUseneuwayUsinaeswdndurinldainniswisunglaadu HMF
mgatialasuilnnsiveunalaussaurgs (high performance liquid chromatography,

HPLC) THmdos high performance liquid chromatograph §¥e Shimadzu i:u LC-10 ADVP

a

(5UN 3.14) Aeduunldlun13AsieviAe Bio-Rad Aminex HPX-87H dyu1a 300 x 7.8
TaALUMT WazMnAWasTLEIUN1SIATIENT 2 ¥lin bawn refractive index detector (RID)

way ultraviolet detector (UV)



a4

g‘i.l‘ﬁ 3.14 1309 high performance liquid chromatograph
fvfa Shimadzu u LC-10 ADVP [58]

TuRBUNITWMIENLaYIATIEiNGaSuIn T URBunglaaidu HMF daelasuninnsail

VDUNAIAUTIOULEY Uanedsguil 3.15 Adumaudiil

(1) wieuaIsazalensaN1nsgu 2,5-ausulan1suendan (2,5-furandicarboxylic acid,
FDCA) anudiudu 0.02 Twasodng Ineds FDCA 0.078 n$u avanelu THF wadluain
fnU3u9s nduiiu THE auiuuas 25 Sadans LATLASEUAITATANYUINTFIY
iawfiadlnu (ethyl methyl ketone, EMK) adududu 0.1 Tuadedns Tneds EMK
0.7211 n3u avansluingu waduwaniausunns mndudndnduauiivsans 100
Hadans

(2) wisngnaedeuil (mobile phase) asazanenindafiainanududu 5 dadluasie
an3 lnedensadaiiain 0.49 ndu azmaiu*fw%qwé wiaslurn¥auiuag aniudu

UIgVizuiuung 1 8ns wazidnnesoinariaaudeIrunge

v
o v Y

(3) Fevnmsndadudiluigainunfidudifasleideuaaslsd 10 v lasideansans
WAt 1 Geddns Tuhndu 9 faddns

(4) \PuansagaenInuInsgIu FDCA 200 lulasdns adluvinansdiodneiiiansudn el
luTgniadivinavatedunided 800 lulasdns wasifivansarareuInsgiu EMK 200

ﬁd o v

lulasdng adluvinaisiegeifasuandudiluigninunndudimelafeunaslsai

\Fe919uieg 800 lulasdns
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(5) Anesiiieg 1 NwIEUlAveIia 2 I0N1A MUNILTLAAIAINNTINN 3.2 LAgIATIZYHE

nlalaaiiieuiunsmuinsgu

A1519% 3.2 m’;sﬁiﬁé’ﬂum3‘3meﬁm§mﬁmsﬁmﬂﬂmﬂ§sur@hatﬂu HMF Pewmalia HPLC

Value
Condition
Aqueous phase  Organic phase
Oven temperature (°C) 60 60
Mobile phase flow rate (mL/min) 0.7 0.7
Injection volume (L) 10 10
Detector RID uv
Aqueous phase Organic phase
Diluted with
deionized water
Diluted aqueous <€ s02 M FDCA/THF
0.1 M EMK/H,0
v
HPLC analysis HPLC analysis

JUN 3.15 nswseuuar e indndaiannnsiasunglaailu HMF

melasninniilvesmalaussnuzgs
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uni 4

NANISNNADILAZIATUNANITNARDY

4.1 dUUANIINITAINBAZEANVBY HMS, MCS, Nb/HMS wag Nb/MCS

4.1.1 dUURNISAA1EAIMIIANUSDUY

(%
1 Y

5UR 4.1 uansluslag TG uag DTA 489 HMS wag MCS wuin faegevisanslingm

Y

' '
) aa o 1 a

dnwaruANA1aiY 910059 DTA Va9 HMS 921w ¥aagangdfdiediuinnis

WagnuUaaduatiufienfis Naaumgiussuia 30-120 esrngadea 3agaamgitilunis

9 Y

sEmeveIMsonuTUognelufie813 kazainns1w DTA ves MCS 9z1iiuladn 439

I a

gaunifegruinn1siufsuwUas 3 919 A Yrausnilgumnniiuseanu 30-120 991
walged ilaunyu HMS 9i9aesngamaiuseann 200-300 oeANYAITYE T9Y39gaunnilil

Junisaaneivemyilandureteandnuiieguuiiuiares MCS lawn nylansenda (-OH)

1 s a

LagnyAITUBNTa (-COOH) Uagtisanieanniiuseuas 300-650 aaAmLyaldud §9939

Y
1

gaumgililasuauiinniseandiaty (oxidation) iueandiaulueinia Fsinliasusuwianis

Y

Y

aaeda [59] Tnansiwl DTA Alediianudennaesiunisinsizvaemada TG Ingainnsiv
TG ¥4 HMS Uag MCS Ngiegungiivszana 30-120 asrngaldvd nuirliminyes
feg1avglusosar 3.4 way 3.1 WMgUIVUN MUAIPU kazaInNAsIN TG 999 MCS N9

aUNNNUTTU 200-300 BIANYALTEE khay 300-650 99ANIA YA WUINLUINTNVD

q U

Y 1

megmeluTesas 2.4 wag 13.3 Inginilin AuaE1aU wasnasangungiuseunn 650
ssrgadea Juduly ssdunanuinnisgaidevesiminisuaifisesq Wegumngiiviy

897U FaUTUUATUDULUAIREVINEDY UARAINITINN 4.1
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100+ __ 290
95
L 240

90 A

85> 1 L 190
S 80 4 =
s\g — HMS =

75 - 140 p
"% —— MCS =
& 70 - Q
£ 65 -0
o
()
= 60 - L 40

55 -

50 T T T T T T T -10

0 100 200 300 400 500 600 700 800

Temperature (°C)

5Udi 4.1 Tsloid TG wag DTA w83 HMS wag MCS

M15199 4.1 USUNauAsUaued HMS wag MCS @93asnevimemata TG way DTA

Samples Carbon content (Wt%)

HMS 0
MCS 13.3
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4.1.2 99AUSENAUVBINUNA

SU 4.2 uansalUnn3u Cls XPS 999 MCS Wudn alUnéia Cls XPS 489 MCS

1 a 1 = v s

aunsanenoantiidu 4 A FausazfialsuandaiussvatoznauasusuludaIndaung

oA 9 1Y) |

wilsovaznaufivanaiety Tiud Armdsuiussindy 283.7 Blannseullas wansds
Wusy C=C, CH, waz C-C wasfiAndssunusyiaiu 285.7, 287.3 way 289.0 Biannsou
1ad wanadanusy C-0, C=0 way 0=C-O auanu [60, 61] 3nnuaaUnsy Cls XPS ¥89
MCS Fsausadudulain MCS iansusuiuesiuszneu uasinyilsiduvesaondiau laun
wylamsonda mjasuatia warmiinisuenda guuiiufinAiuauves MCS saanndasiusa
TG/DTA (5Uil 4.1)

C=C, CH, C—C
N
[a
&
2

[%]

C
i)
£

T T T
295 290 285 280 275

Binding energy (eV)

sUTl 4.2 annfuwes Cls XPS v83 MCS (M3susniialdlusunsa Origin 11a5%u 8.5)
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4.1.3 auUnLlAsIadg

a

UM 4.3 (A) dansguuy XRD 989 HMS, MCS, Nb/HMS uag No/MCS filgarnnns

Y

gl 550 esrwadea Wunan 5 42lus Turae 05 F3 10 8 WU HMS waz
MCS wanafiafl 20 Uszana 1 89 3 aeen Feduiudiuszuau (100) Tulassadrsvesilonesa
wuuenezlnusaiilassinedainauuugmnueu (wormhole-like silicate framework) [62]
YonaNLEamuIn MCS flanuduwesfianinin HMS Lﬁaamﬂ'?g]mﬂm%muﬁmzmaﬁaaqu
Tulps9adeves MCS suntunsdnseifeulasiadisvesiiloneda dedwmalilassadnsves
MCS Srnufussidovanas uenantunisdumsa No Sewas 10, 20 wag 30 Taguiwiin

AUUNURIVDY HMS tag MCS asnalilasiasiavas MCS fimnudussidovanasguiu

a

U1 4.3 (B) wanaguuuy XRD 483 HMS, MCS, Nb/HMS uag No/MCS ildainnis

a

gl 550 aeAalded WWua 5 9alus Tugas 5 83 80 a3m1 wuli daeg1anne

Y

Lansfinveadan1edngiu (amorphous silica) 71 26 924 20 e 25 93a1 [63] UAzn1TY
w3 Nb $eway 10 Tastwin asuuiufianes HVS uag MCS wui laifisuuuy XRD 909
Nb,Os 1iNTU Fevsnoauimanues Nb,Os fvurndnuasnszanedafiuuiiuiaves HMS
uaz MCS uananidiewfisyiaina Nb udesay 20 uaz 30 Tnstwidn wui SsUuuy XRD
99 Nb,Os AATu FaUsznoudefiamdnieue 8 fia Asuns 26 Wity 22.6, 28.5, 36.7,
46.2, 50.5, 55.2, 64.2 waz 70.8 031 [64] mmgﬂwuﬁ%ﬁaﬂ%mm Nb ity ANNNGIVRINA

MUANILLAUTY wan931 Nb,Os AsEaneddlifuuiiuliues HMS way MCS a@analitanvas

a 1

szo5ﬁﬁmumﬁmﬂﬂmﬁlmmmﬂqmﬁ’u (agelomeration) naneLdu Nb,Os fifivurandn
‘ng%’u Tnganeiseround Siva uasaasz [65] WU nsiiiudSunas Nb vuiiuiavesi
59950 SBA-15 91ndesar 2 Aedevay 32 Tnovmiin dawalsiuunananuas Nb,Os Hvunlng)
1 uonanddimudnn Nb,Os Vufiufines HVS fuunpadnidnniiniivuiiuiinves MCS

dunalaanguiuuy XRD ¥89 Nb,Os UNNUHIT89 HMS tuiiaiugevasiiasininuuiiuia

1 v

299 MCS A ndunaanniiufiiidunig BET Ineannauidoneuntn Przekop WayAmuy

¥ ]
= A

[66] WU N1SNSERLFTRLaNE Pt UNAIT995U ALO; LNNTWHaNUNRITUNIE BET Y8967

[

5895U ALO; WNAY FIN1TNTEMUMINNLTUVRIL AN UUFITDISUdInalilans dudvunuan

A & 1

man waraA1nd1 HMS 11agdiiuniadinig BET g9n91 MCS fati Nb,Os UuituiRaves HMS

= A

Feflvunnani@nnI1 Nb,Os ULTiuRIY8a MCS Tagvunandnued Nb,Os UNHURIves

FOITUVNEDILAAIAIAITNN 4.2



<+«— HMS

(A)
500

. MCS
3
)
2
ﬁ < 10 wt% Nb/HMS
\\ \ \ 30 wt% Nb/HMS
10 wt% Nb/MCS

20 wt% Nb/MCS
30 wt% Nb/MCS

1 2 3 q 5 6 7 8 9 10
2-Theta (degree)

(B) * Nb,O,
* ® Amorphous silica
I 500
% 30 wt% Nb/MCS

*
* % * %k
I..:r.l-u A rY

20 wt% Nb/MCS

10 wt% Nb/MCS

MCS

Intensity (a.u.)

30 wt% Nb/HMS

A ﬂ 20 wt% Nb/HMS
A .| W- Sobdasituth v .4..4".,...‘

10 wt% Nb/HMS
o w o A

HMS

5 10 15 20 25 30 35 40 45 50 55 60 65 70 75 80

2-Theta (degree)

g‘dﬁ 4.3 3ULUU XRD U89 HMS, MCS, Nb/HMS wag No/MCS

Faaselugag (A) low angle waz (B) high angle



A15197 4.2 WUARENTES Nb/HMS wae Nb/MCS @s3imesianemaiin XRD

Samples Crystallite size (nm)?

10 wt% Nb/HMS -

20 wt% Nb/HMS 39.7
30 wt% Nb/HMS ar.a
10 wt% Nb/MCS -

20 wt% Nb/MCS 45.8
30 wt% Nb/MCS 49.0

“ Determined by XRD, calculated from the XRD peak at 20 = 22.6°

51
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4.1.4 dUURAUNTU

gﬂﬁ 4.4 wanslelawisunisgadu-nsaeduufialulasiauaes HMS, MCS, Nb/HMS
waz Nb/MCS wuin daeeanniuandleloiiisuveanisgaduuuy IV Afsdamesaa
(hysteresis loop) MUN15LUIUTELANYBY International Union of Pure and Applied
Chemistry (IUPAC) Tngausuduiing (relative pressure, P/Py) LandaA11UAUYID LA
Tulnsiuildluvazyinisnaassomiududuivesialulnsiau S P/P, 929 0.2-

0.4 Uavaniisdnvazlanizuasiannisniuauinnans (mesopore) agLiudn HMS uana P/P,

9

v v 1

429 0.2-0.4 Farauianiflofisufudiegnadu Tauansin HVMS SRufiiaduniz BET was
USamsgwguiiavandigaian uenanidamwursBameitaiisumis P/, > 0.8 uansiinn
feglisnguiiinannisteuiiuiuvesoynianietesinesenineynia (interparticle
void) [28, 47, 62] \ileLU3suiiBu3Us19eBameITaves HMS uag MCS WU YUIAD
Fame3vaves MCS Ingyndn HMS wanadn MCS duurnoynialdnndn HMS 104910
g1assTunAllannisreuuturediinedsililsvuineyniadanifidnnii uaziie
FuU3inas Nb Souag 10, 20 wag 30 Tngtvidn asuu HMS uay MCS 19Bameidadioun

3 = = d = 44' W !
LANEN “ZNLLﬂNﬂWU’]ﬂEJHﬂ’]ﬂmWUjUU Luaq"i]r]ﬂﬂrﬁl’ﬂ']gi']MﬂquﬂUigwa’]\i Nb205

(%

1997 4.3 uansfiufifaginig BET USuinsgngusiavun wagauingwgusas HVS,
MCS, Nb/HMS uag Nb/MCS Uit HMS enfiufifindamns BET Usuinsgnguianun uag
YUINTNTUFINTI MCS 109910 MCS Himsuouluifsiiugnsudsdamalfandmddaseaing
99 MCS anas uonanEfufiising BET Uunsgnyuiovan wasauingnguiuualiy
anas iletfuUunm Nb fesay 10, 20 waz 30 Tastwidn asuuiiuianes HVS uag MCS
Favaueninfinsiinadid Nb,Os nszanefuLiiuRaYes HMS wag MCS [67] 1nnniniuain
137971 4.3 2eiiudn n13Bumea Nb asuuiiufives HMS dssalvifiufifsinig BET way
ﬂ%mmigmuﬁgwmamaqmmdﬂmiamwm Nb awuﬁuﬂwaa MCS w@n331 Nb,Os

N3EYFALNANDUUNURIVDI MCS 1aen11 HMS
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3500 -
30 wt% Nb/MCS

3000 4" 20 wt9% Nb/MCS

2500 10 wit% Nb/MCS

2000

1500

Quantity Adsorbed (cm3/g STP)

1000

500

0 01 02 03 04 05 06 07 08 09 1

Relative Pressure (P/P,)
§U17'i 4.4 lolawisumsnedu-nmsmeuialulasiauves HMS, MCS, Nb/HMS way Nb/MCS

mi'mﬁ 4.3 amﬁ’ammwgumaﬂ HMS, MCS, Nb/HMS wag Nb/MCS

BET surface area Total pore volume BJH pore diameter

Catalysts

(m%/g) (cm®/g) (nm)
HMS 1066 1.6 2.7
10 wt% Nb/HMS 1052 1.5 2.3
20 wt% Nb/HMS 475 0.7 2.3
30 wt% Nb/HMS 489 0.7 2.5
MCS 413 1.3 2.1
10 wt% Nb/MCS 404 1.1 <20
20 wt% Nb/MCS 407 0.9 <20

30 wt% Nb/MCS 375 1.0 <20
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4.1.5 duguinen

U 4.5 wanan1many FE-SEM 999 HMS uag Nb/HMS Ui HMS uananisinie

a

unguiudunsinasvunanveseyn1adani waznseaeiiludoweiulunguiou

D

AANIsINesNnguiu Janadilandigiuauideneount1 Nuntang wazaae [28] uaz3uy
4.6 uARININEY FE-SEM 983 MCS uaz Nb/MCS #ud MCS fuwinveseynadanianniy
HMS iesannenssssugallannisrounuisduresddinadvibilavuineunia@dniién

A7 %aaamé’aqﬁ’umamsm%’u—nﬂ'sme%’uuﬁ”aluimwu (5U% 4.9) uagn158amsa Nb aauu

¥
A a

NURIVDI HMS wag MCS argUsunas Nb Miuau d9walvl Nb,Os NSa18f Ui uR9e

Y 1 1

fog19anadLaEINIE TINNGNAUNINTY Fedonadasiuna XRD (U7 4.3) wagasiiuiiuy

1
=1

fURI09 HMS aun1adantinn1sinzsaunguiuilutouvuinlg Fadunaunainey
Hunsavasansaraslulabeulufuneunisdumsn luvmsfivuiiufinves Mcs lideswny
fouwwalvgjveseyna®ani Sudunainannanmliseuiives MCS lWannisimesungy
fureteynadant feauvmimaiasasmali Nb,Os nszanefaiaueuuiiufives MCS

1pfn31 HMS Feaenndesiunanisgadu-n1smeduuialulasiay (1sei 4.3)

100
2.00kv SEI GB_HIGH WD 8.2mm

ook #. £ 2 -
100mm STREC — 100nm
2.00kV SET GB_HIGH WD 4.4mm X 50,000 2.00KV SET GB_HIGH WD 4.5mm

Ul 4.5 nweng FE-SEM (fndaweny 50000 111) 49 (A) HMS,
(B) 10 wt% Nb/HMS, (C) 20 wit% Nb/HMS Waw (D) 30 wit% Nb/HMS
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— 100nm STREC — 100nm STREC
X 50,000 2.00kV SET GB_HTGH WD 4.7mm X 50,000 2.00kV SET GE_HIGH WD 4.4mm

Ul 4.6 nwene FE-SEM (fdsmeng 50000 111) 493 (A) MCS, (B) 10 wit% Nb/MCS,
(C) 20 wt% Nb/MCS tag (D) 30 wt% Nb/MCS

U 4.7 uananmene TEM 499 HMS wag No/HMS wud1 HMS wansnnsdni3ess
YOIFNFUIUIANANATBINUDL YUEATUT 4.8 uansn1wene TEM ¥93 MCS waz Nb/MCS
U1 MCS ﬁguuaué’#’juaql,ﬁal,ﬁauﬁ’u HMS TLduduiinsgnoudansg NRHMS 819
sssumAfinszaneseglulaseainaves HMS ludaunsnisdniFedasiainsesgngu uaziile
11 NR/HMS TuinTadsnalsignueududuns (28] fomauaifsamsadudulédn mcs
fansueuunsneglulassairawes MCS Gsaonndosiuna TG/DTA (FUA 4.1 wagansnadl 4.1)
warnsdunsa Nb fosay 10 Tneunvin asuuiufinves HMS wag MCS asifiuin dndy
vpagnguanas Inslanizagnsbadiowisiunn Nb vuiufnvesisesiuaesdudosay 20
way 30 lagiiwiin uaﬂﬁmﬁam%vﬁmﬁaﬁumm Nb,Os warusnafisididufousnaves
fhegefifinumundsieusnaiioynataniinnisinisunguiy :names TEM U7
4.7 uar 4.8 wud yefiiAduRutudlefuuiunisduinen Nb vuiufnvessisesiui
A09 WAYAINTEAIBRIT8Y Nb,Os ULAUAIES HMS Wwag MCS anauiiouiuinnisdumsa

Nb uTuansaeay 10 Ineiwmin Wudesas 30 Ingwrmin uinnintdu No/HMS wuushad
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fifiAduIInnT1 No/MCS wagaznuunaiiiadunntudeofiauiinanisdumsa Nb
uansfenamesunduiufininiuveseynia®ani laedunaanarudunsavesansazans
lulodeuluduneunisdumsn Fudouiuin Nb tiuty arsazaluledonasdamdy
nsaifindu wazdwmaliouniedanifnnisinmeunguiuiniu Jehlidessiamumun
ity vaurfinmdie TEM U7l 4.8 wud Vinaddfduuuiiuiaues MCS fnsdsuutas
yosanudilisnsiuinnilleriuysununisdumsa Nb uansieynaganilulassaiisves
MCS Winmsinigsaunguiutiesnit osnnaninldveuthes MCS luannisinizsamngy
fureseyMATan dawaildaonadostunanisgadu-msmeduuialulasiou (msei 4.3)

uazamEny FE-SEM (5U7 4.5 uagguii 4.6)

SU 4.7 nwene TEM (dsgne 200000 L) 483 (A) HMS, (B) 10 wt% Nb/HMS,

(C) 20 wt% Nb/HMS wag (D) 30 wt% Nb/HMS
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U 4.8 nwene TEM (fdsuens 200000 i) 984 (A) MCS, (B) 10 wtd% Nb/MCS,
(C) 20 wt% Nb/MCS uag (D) 30 wt% Nb/MCS
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4.1.6 dn1INNIA

gﬂﬁ 4.9 wanaluslwa NHs-TPD ¥89 HMS, MCS, Nb/HMS wag Nb/MCS wuin
#UnanTn (acid sites) MAgITasazuanaianzate NH; Tusragamafl 50-500 e
waided Wevinisuweniia (deconvolution) ¥83n15A18 NH, faelUswnsa Origin t3a9%u

[

8.5 aunsauUwuviinsneanidy 3 vlianutigamgll dadl

(1) ¥r99umni 50-200 A LTALTYE UARINIAILMINTABBY (weak acid sites) LU
nyflgauea (silanol groups, Si-OH) UuNWRIwes HMS wag MCS waznylansanlenves Nb

(Nb-OH) Jusiu Afinsgedu NH; susiusylalasiau (H-bonding)

(2) ¥399aunil 200-300 BeFNTALTYA UansdesrLMUINIAUUNAY (moderate acid

sites) LU AWNUINIAKUUAIDaYY Nb** Tundnasnlas (Nb-0O) 1Hudu

(3) ¥299UnININNTT 300 BIAUIATEA UWAAIDIFIUNUINTAUA (strong acid sites)

U AUVINSARUUEIBAYeY Nb>* Neguinaiveularyuveninesnien [21]

M15199 4.4 WAAIUSUIUAILAUINTATDY HMS, MCS, Nb/HMS whag Nb/MCS 71
AUIlA WU HMS wag MCS Teuniansnaauiieaaganen 390 Si-OH VUNURIv94

HMS wag MCS Tag MCS Seuntansasau (total acidity) faendn HMS flesann MCS §

'
a =

fpmeansuenlulassarsesilenesasuisluanyiinnues S-OH vuiuia Gedanals
USHnauiuniinsnsauanad Lagaziuinusuiavesiumiansasuianfududiosinng
Sumsa Nb favay 10 Tagdmiin asuufiufaues HMS way MCS Tng 10 wt% Nb/HMS
USHNaA UM aNIASINIINNTT 10 wt% No/MCS Aduiduimszsunsasensyninsiiuiia
3943an71/U Nb lesoy Farvzdruudausiniidunsnserssnineiuinvesasusuiu No
looau 39¥lH Nb,0s Uuiiufaes HMS funawantdnnin Nb,Os vuitufinves MCS Tng
Nb,Os flvuanandniifufivesiunisngnunnnit ssdsalidanaudunsafisanndt ds
PNTIBNURBUNT Ruiz wazay [68] Wuin Usunasundensasuanasiionianiion (Pd)
sesfusedloladilvwenanlngTu wazasfiuiUsinasumiinsadeuanasiiofiuyiua
Nb Uufiuiinves MCS udesas 20 uay 30 Tngtimen tesannisil Nb,Os USinamnnuy
HuRnves MCS denaliuSunames SFOH Tuanas uenaninisifiuu3unm Nb vuiluinves
MCS unisiiinySinasuniansauiunans dadusuniansauwuuaidaves No™ luudn
sonles luvaziortusmunisnsauimely Wesan Nb,Os ﬁmmmwﬁﬂﬁimﬁu Fedaunale

91nwa XRD (5U# 4.3), nmwene FE-SEM (5U7 4.6) uagnweng TEM (5Uf 4.8)



59

30 wt% Nb/MCS

20 wt% Nb/MCS

10 wt% Nb/MCS

MCS

Amount of NH, desorbed/a.u.

10 wt% Nb/HMS

HMS

250 300

Temperature (°C)

350 400 450

500

U 4.9 TUsIA NH,-TPD w93 HMS, MCS, Nb/HMS wag Nb/MCS

(Msuenialglusunsy Origin 157U 8.5)

A15797 4.4 @0 NNTATBI HMS, MCS, Nb/HMS way Nb/MCS Siasizvisneimnaiin NHy-TPD

Amount of NH; desorbed (umol/g)

Catalysts Weak Medium Strong
Total acidity
(50-200 °C)  (200-300 °C)  (>300 C)

HMS 96.4 - - 96.4
10 wt% Nb/HMS 185.8 59.8 - 245.6
MCS ar.7 - - ar.’7
10 wt% Nb/MCS 101.5 24.1 9.3 134.9
20 wt% Nb/MCS 93.7 39.6 - 133.3
30 wt% Nb/MCS 66.0 52.6 - 118.6
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4.2 M3§UATIEN HMF 21nnglag
4.2.1 NAYDIVUANITIISU

U7 4.10 uansnavesiingnsessu HMS wag MCS Aensidsuvesnglaauazale
YBIHANAUI INHANITNAABINUIT MCS ag HMS Twalauos HMF widuiesay 32.5
way 30.2 lnelua muainu wazilnalavesdiliuwinnusesay 31.1 way 34.6 ALY A
iudn MCS Tinaldvos HMF gendnwaznalduesdafiusinit HMS iiesainnisianiueuly
MCS wamsanmlsiveuth uarUfAsenswdsunglealudu HVF Suduujaseiintuly
fpnrath feduaniwldveuiives MCS aglutsannisiianedielswiures HVF fu
WAnSueichaug MiAetuuuiuiavesinssUfAsefaviudeuludusaiu 9] nsdumsa
Nb ¥osay 10 Tngtiwin asuufiuRavedisessudessiln ﬁﬂNﬁiﬁﬂ’lﬁLUgﬂu%aﬂﬂQIﬂa
Fuguuszuadesay 10 Tnolua Wesannisdumsa Nb asuuitufadulddiuusuna
Fumsnsnsanliunfusauiisertauandunisned 4.3 aiumisnsasiudifutudealy
mimﬁaumaaﬂq‘[ﬂaﬁuﬁwﬁu 1MYIINTIPNUABUNLN Peng Lazvaue [42] WUl AIBULNSA
Nb asUURUAIvee SBA-15 SreUSuraiiiindy yilrusunamumdinsasudidnfiuay ues
a'qwaﬁlﬁmim?{awaaﬂgiﬂmﬁuﬁu YaNINEFINUI 10 wt% No/MCS wag 10 wid
Nb/HMS Trinalaves HMF wirdusesay 35.0 way 29.4 lnelua auaisu waglvinalaves
Safuhiuteras 38.6 uay 44.3 AUAIEU FETUIINITBUNGA Nb asuuiuRaves MCS ¥
Tnaldwos HMF Wiuduaindesay 325 Wy 35.0 Taglua Mduuiimsiznisdumse Nb
ATUURURI9 MCS TUinUSinasiumisnsatunarsdadusumiansauuuaidaves No™
Tundneanlsd dwaliuiiselelsmelsisiurengleadunsnlnafinduldd vlfszuy
UFATendnlsnlnamnty Saignlnaduansiiudmsuuiiseilamsduiivsdouludu
HMF Wen91nEN"5aumsA Nb é‘l’ﬂiﬂLﬁm‘%mmﬁ%mﬂmméau%qL‘ﬁw;ﬂamaﬂlﬁzjﬁmm Nb
(Nb-OH) Feflan mnsauseuainn TagUsuiamiumuansauuuusouanaiintuayliss
UfATedlawmstuveslsnlnady HVF Fsdenalinaldves HVF iy vazfinnsdumsa
Nb asuufiuRaves HMS ndulvinaldves HMF anasanndesay 30.2 10 29.4 TneTua
anusaidululasenu 2 ame Tnsamgusnidumsiz 10 wt% Nb/HMS SU3unasiums
n3AUIUNAT9EINTT 10 wid%e Nb/MCS Fauanslumisned 4.4 §9 10 wt9% Nb/HMS 9143
USunassumisnsanuuandaunnivly Ssudinasunidansawuuaidauniulvanunsald

159n19ARENTNU Fedanalvinalaves HMF anad [69] Tngans1891unauntn Li kazany [4]
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w1 MaiNYTII Nb vuiluiivesansueulifussufAsedusinusun sy
Adafintu e?fawalﬁsuaﬂ%aﬁuamaﬁﬁaw AUDIUTUIUFIULAUIN TALUVAID AR wilefivin
Tinaldvosdrfiuingedu uazansenuounth Swift wazany [70] wuih nsnuuudida
anansarsenglaa wWinlaa uay HVF ThvAsuluudiiiuld udazdsnalivgnlnawdouly
Hudafiuann wagaivindt 2 1Wunsre HVS lifadueuiduesduszneu Femsuouazlute
annsinnedwelsiwtures HVF fundnsasifiug Sudmalinaldvesdifuiinty was
waldues HMF anas unndduidefinsanaldvesgnlag wui msld MCS uag 10 wtos
Nb/MCS \udussujasebinaldvosgninauinndnnisld HMS uaz 10 wt% No/HMS 1du
F3aUFATen 1lea91n HMS waz 10 wi% Nb/HMS HUSunausiumisnsasauganin MCS
uay 10 wt% Nb/MCS dauanslunisnsdt 4.4 Tnedusiumis S-OH vuiuinves HMS uag
MCS wagsiumis No-OH deflanmnsauseuatan TasUsunamumisnsauuuuseuainnigs
nierlussuiitondlemstureasnlpadu HVF 16ndn Ssdsnalinaldvesmisnlnadaiy
asiisfunianaiminndt Usenauiiu 10 wid% No/HMS fusanasumisnsauuudidanunn
Auly Fdduisansifnufasorounueturessnlnaildsuluibudaiu Sedawalinals
vosgnlnaanacduiu uazilefarsauinaldveuesiiaga ds91nseauneunt

Yu wazang [71] wuin wasiisaaiuisainain HVF lalaer1udfisefinisuetiaatu

o
v a o

(decarbonylation) ufia1nuanIsnAaeInNuIFNssemndilinalavesnasiiadais

(%
Y

10 Gefiddninosas 1 leglua wanyiinisiin HVF wagwlesiadalaeiinglaailuansa
st duuaseiiAnudstutumnnnifieefuuisendiiamuduiu [72) Tnensuden
nglaailuesiasae1adeanisaruniansaunlunisissujisen F9 HMS, MCS,
10 wt% Nb/HMS lainusuvtiansaud aaiedl 10 wi% Nb/MCS wusumisnsauisauansly
m397 4.4 udenaziiusinadesiiuluauliaunsaiswjisels fafuanuanisnnaedds

annsaagulain MCS Wudasesiuianigalunisduasied HMF a1nnglaa
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L)
,G;J\ 80 A X X
..8 70 x x
3
8 60 A
[a
& 50 A
S a0 A
E W Fructose yield
g 30 4 B HMF yield
S 20 A W Furfural yield
8 10 4 B Humins yield
§ 0 % Glucose conversion
]
S S S S
a N o \\\bl\’\M \\\‘olN\c’
\N‘/o ofo
20

JUN 4.10 Havesriindasessu HMS wag MCS sienisivdsurainglaauazralavenansioue
(nzlumsvid§isen: YSinaaiseuisen 0.1 ndy; Usunanglaa 0.36 n3u; Usuna THF
20 fiaddns; Ysunauhdudmelaiutnaslsn 10 388803, 9uugll 170 aergalded; 1ia

1 99, ANUAULAAUIATIRIUSUAY 10 U15)
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4.2.2 wavaIusuad Nb uuiuRvas MCS

gﬂﬁ 4.11 wanawaveaU3unas Nb uuituinves MCS m'amsLﬂﬁaumaQﬂq‘IﬂaLLasmalﬁ
YoaNAnALT InefnwnavesnisifinuSuna Nb vuilufaves MCS A%euas 10, 20 uay 30
Tngtiwiin anmsmeassmudn MCS IﬁﬂﬁLﬂ?ﬁlﬂu%mﬂQIﬂﬁLﬁﬂﬁU%’@ﬂag 69.2 lnalua wag
10 wto% No/MCS Tn1sidsurnsnglaaiinduilusosay 789 Taslua usl 20 wi%
NB/MCS Wwaz 30 wi% Nb/MCS lrinsidsuvesnglaaanasduiosas 78.1 waz 76.6 lng
Tua awddu Mduuiimszideusuna No dudiu il No,Os nszaeisldfivuiiuioves
MCS wagtinn1sinng1unauiuYes Nb,Os VUL dawaldiumiansasinanassonansly
A15197 4.6 Fea1nsreuneunti Chary uagaz [73] Wuin dloufinusuna Pd Uuﬁyuﬁ’a
y99A13UaY dwwall Pd nsyanefiuuiiuinvesmiueuldtesas wazannsiesuneunii
Fang uazAn [74] wuin dlefiniia (N nszarefauuiiuiaves AMCM-41 lidouas diwa
THUSInasumdinsasinanad wenaindasiiuin MCs Tualdves HMF winiudewas 32.5
Tnelua way 10 wi% No/MCS Tdnalaaes HMF g uidudevay 350 Inolua we
20 wt% Nb/MCS way 30 wt% Nb/MCS Tinalsvos HVF anasluiosay 30.0 way 28.4
Taglua awddy esnnsiutuvesiumsnsaUunansdauanslumsned 4.4 Sanan
Nb,Os VU3 MCS 11JLﬁmanWWﬂsmﬁ’gﬁaiﬁLLdﬁaLs'aﬂﬁﬁ'%mﬁqﬁﬂdnlﬂuﬁﬂuﬁaﬁﬁaﬁ
4.2.1 Tgtfssufiteniiviinasumisuunsaddanniiuly azissnisasunsnlng
Hudadiu viliignlnadeduansisiudmivjaseilansiuanas Ssdwmalvnalfues HVF
anas [69] Feazifiuinnaldvesdriuiiuualiuiuiy Weusuna No wiuiyu venaniile
USunal Nb Liindy dawaliuSunasuniansageu No-OH daiianmnsausouainnanas
Fauandlunsnedt 4.4 18999790 Nb,Os LﬁmmiLmziamzjuﬁ’uuuﬁuﬁwaa MCS TagUsuna
MuminsauuuUIeuaAniianasazissUfAzedlemsiuressnlaadu HMF 19lif Sedawa
Toinalduas HVMF anastuiy fiufeamsaaguléi 10 wtoe Nb/MCS Wudassufisendi

WagaunaatunsdLaTIEd HMF 91nnglas
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o 50 A
S 40 -
E M Fructose yield
g 30 4 = HMF yield
8 20 M Furfural yield
9 10 4 W Humins yield
g 0 | % Glucose conversion
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S S S

W \\\‘olN‘C’ \\\‘O/N\C \\\‘olN\C

XQ \N"O/O 20 \N‘O/o :-50 \N,‘O/o

JUM 4.11 waveuTunns Nb vuiuiives MCS denisildsuvesnglaauwasnalovosudngioe
(nzlumsvid§isen: YSinaaiseuisen 0.1 ndy; Usunanglaa 0.36 n3u; Usuna THF
20 fiaddns; Ysunauhdudmelaiutnaslsn 10 388803, 9uugll 170 aergalded; 1ia

1 99, ANUAULAAUIATIRIUSUAY 10 U15)
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4.2.3 HavewamaiLaziIan lun1sinugisen

JUT 4.12 wananavesgauuiuariianlunisviujisedenisidfsuvesnglaauay

Y

waldvasnignlag, HMF, wosiinga wadafiu Ineld 10 wi% Nb/MCS ilusussufisen uas
Anwinavesgumnilun1shufisend 150, 170 uag 190 samigalfed uaAinwInaveIa

lun1svutend 0.5, 1, 2, 3 uag 4 Falue INMIVARRINUI MsidguvenglaaLiuyy

idlegaumiinaziianlunsiuiseniudunauanslugun 4.12 (A) Wesanniswdeunglaa

9

<

Jugnlealuufisengaminudou (endothermic reaction) [75] Fensiiiugaungiivinli

a

gaumpfvedluiananglaaiiiuty denaliufAseorlolnwelswduveanglradunlsnlnaialdd

9 Y
[

P wagmafiualumsvhuitedsalinglaaiiaufiselduiniu Soilidinglaaivie

tovadluszuuuisen nadsuvesnglaadaiintu dwunaldves HMF Tugud 4.12 ©

Wud Ngauminil 150 war 170 ssriwaldioa Halnved HMF Wiiudu Weianlunsvinuisen

9

T WATlgaumall 170 ssrwaded nalaves HMF nduanasmasaniantbunsvitfisen

AUy 3 Halue warigaumgll 190 ssmwaldied Halaves HMF Wiindudsanasgn lagldoa

[
=

Tun1sviFAsendios 1 Halus Fedavenindenalunsiujisendinduaziilinglaa
Wasuludu HVF Idundu uilususdefuiigumnflunmshufitengasnswfizenns
Waesy HVF Wudafiu (4] Fsdanaldaingud 4.12 (6) aziiulddnin fgamgl 190 eam
waidea naldvesdiiuiuiu denatlumsiiiseniiviu Ssmanmesesildaenndas
fusIgamneunt Hirano uazAn [76] MNuan1snaaesdeasnsaaiuladn gamgiilunis
vUFATe 190 esmiwaldea uazatlunsviufaser 1 alue Wunmeivenzauigaly
MsdaATIzI HVF 91nnglaa Feliinaldues HMF igefianwinduiosas 51.3 Taslua uazdl

nswWasuvesnglaawiiuiesar 98.5 lnglua

a

Tudunaldveasnlnalugud 4.12 (B) szifiuimaldvesignlnaanas Wogamndl
LLazL’Jaﬂumw‘hﬂﬁﬁ%mlﬁmsﬁu L‘wmqmmmumiv‘hﬂﬁﬁ%mﬁqqLLazLaaﬂumsﬁﬁUﬁﬁ%m
funtulutessuiasenflamsduressninaluidy HVF uenanddslusiniadsy
wignlnaifudfiu Sedenaliinaldvesisnlnaanas waznaldveamosiindalusuil 4.12 (D)
wui waldvoalesintafistudegamgiivarnatlunmmhuaseuiutuudnduanande
natlunsiuizenmnnda 3 ks WesannnanlumsviufasounuAuluaudsnaly

wasihsaRnnisAsumuTTuLas naedusY
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sUfl 4.12 navesgumgiinaziatiunsiiiteonde (A) nadsuveanglea uagnaldves
() W3nleia (C) HMF (D) wlasiiasa uaz (B) §adiu tngld 10 wt% No/MCS udiseufizen

(nzlumsvi§isen: YSinassedisen 0.1 ndy; Usunainglaa 0.36 n3u; Usuna THF

20 Jaaans; Usunanidudimelefouaastsa 10 Hadans; Anusuwiabulasiausudy 10

U19)
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4.2.4 navaelTunafssUfnsen

JUM 4.13 uanswavesuSunuds sl jiserdenisildsuvesnglaauasralives

a [ ¢ v [ Y ! aaa = a (% ! aaa
AR Lagly 10 wi% Nb/MCS Hudnsalfisen wasfnwinavesusunadissujisety
n1sviugisensesag 5,10, 20, 30 kag 40 laedminyednglag 31NN1SNARBINUTT A3

= = v ooa X a v aaa & a X - N a
Waguvesnglaaiiuudliuiaduaiuduudissuiseriiudy esinnisiiadsuim
Aseuasendunisiindiunasuniinsasinlussuuveanisyinujisen Jsdauavinl
nalaadeunianiuiiug (active sites) Miausadviugasenlauntu wenainilagiiuin
Halves HVMF fkwdlunanas luvusiinalavesdiduiiuudlduindy WeouTuiasiise
UHATe ALY WesannisiinUsanadussfasendunsindsinusiunisnsalussuy
Y93n159MUHA381 FeviliiAau fAsednefeatdey HVF lUldudadiu (42, 77] Taeann

aaa

euAeunti Hirano karamey [76] WUl Weusuadussfiten Ni sosduseunsilu
vonled (NI/GO) wintu dwaliualéuos HMF anas vazidioafunaldvesdiiunduiuty
Faaonndestusdrelitedify FrduisasuldiFundusesujitenfivunzanlunis
Huagd HMF 91nnglaadedesas 5 Ingtmidnueanglaa dvlvnaldves HVF figefian

wiriuseway 57.5 lnglua uaziiniswsuvesnglaawiiviesay 93.2 lnglua
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JUN 4.13 mavesUTunaiissliseisientsiasurenglrawaznalaveswdnsod ngly

a

10 wt% Nb/MCS ludiseufiizen (naglunisvihufisen: Ysununglea 0.36 ny; Ysuna

a

THF 20 fiadans; Usunaudusimelaieunaslsn 10 Dadans; aauvadl 190 aarwadoa;

9 Y

Va1 1 s ANUAULAEUIASIRWENAY 10 U1s)
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uni 5

AyUNaN1sIBuazUaLaUaLUY

5.1 ayUnanIsIvY

NUITYUANWINITHLAT LA NITIATIENAUTANIINIGATNLAZLAT VDI LT

I

Uffzenluledsuuudisesiuarsuen/ganiuiluasunedn (No/MCS) italdidudaiss
Uinsenlunsidsunglealidu HVF annnanisAinwnideanunsoasuralassil

1. N15&1AT129 Nb/MCS Taeld NR/HMS uans@asu iiunisasuaulumdunas

[

N15BUMIAIYY AuaIRy THNWRRIT W BET @9 Useanad 400 m519AsAansy wazdl

v
v o va &

YUIAFNFULDENI 2 wiluwes dniaduanautRduiussufizeveudainnge

3

2. M3duAs1ed HMF 31nnglaalagld No/MCS Wudsedfasen Tussuudanmh

£% [ (2
= Y v

azany 2 0n1A InandusiAnturianueasl Wnled, HMF, osiisa uagdiiu Fenuide

Hyjutiulunsdunsizi HMF [undasuaingn

3. MCS Wushsesfuiimunisdaaszsi HMF nnglaa Tnevyilsrduvesesndiau
vuiuiaasuouves MCS Téud wyllansonda uagvijasuenda allan mnsausouannuay
orafunuwludunsudlawmsduvesmnlaadu HMF uananinisiaisueuly MCS uan
anlsivoui Feviililaanaves HVF ladesuasdudinisfaufasenslamsdures HVF

Nazilaeuluilundndueinacelaous Aldfesns Fsdefmardannsaiiunalsves HVF 16

4. fuseUATen 10 wi% Nb/MCS faduimuivaufigalun1sdaasiedt HMF 210
nalaa L8931nN158uNsA Nb Seeay 20 way 30 laguniin AsUUNURIYEY MCS danali
USunausiuwiansauunataiudy sadusiwiansawuualdavas Nb® Tundnaanlas 1ae

USuausmwuansawuualdaniiuduanunsaluisanisiingi iy naleves HMF 39anag

5. ameimunzausen1sdunsizs HMF aannglaa Taeld 10 wio Nb/MCS 1y
fuseUfizen fo gamailunsiiisen 190 ssmwaidea, nailunsiuiize 1 Falug
warUSinaidaufisenfesar 5 Tasimiinuasnglea Genislénalives HMF Usinags
Ingldusunuiissiseiwazatlunisvinu)isetdes wansdadneninues 10 wt%

Nb/MCS Tunsinluldlugaanvnssuduag
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5.2 YaLEUBLUL

1. Anwinisuinauunldgivesdnssufisen 10 wt% Nb/MCS wliaaainiads snin
voefLs U ATeinud A lundATegA1ansURINTEUIUNTT wasANYINTITHUYAILTS

Ufisendenann weiuiuiuseulunmsiinduanldgivessuselfizen

2. Anwn1sgadunansinginne MAeTuuLNuRIYeRNTeUfATe1 10 wi% Nb/MCS
Inandndaueinintueisazluviuauiu (deposit) vuiuRaveLsIUiisen Faduanngues
« o aaa ! ° aaa ° I ‘:ll
nsidenan nvesisauaselusenineiu]isen wasvililadnisiuaeuvesnglea n1s
Fonduny waznalavesnaniugin1eg AaiaAaeu lae 10 wt% Nb/MCS Alduailuanin

1% v o 1 1 I v
AIYFAINNATANYAN LTU LENIUBA LUNIUDA THF RUI!



[11]

UIIUIUNIA

Y. Jing, Y. Guo, Q. Xia, X. Liu, Y. Wang, Catalytic production of value-added
chemicals and liquid fuels from lignocellulosic biomass, Chem 5 (2019)
2520—2546.

K. Parmar, Biomass - An overview on composition characteristics and properties,
IRA-International Journal of Applied Sciences (ISSN 2455-4499) 7 (2017) 42-51.
AVALON, Platform Chemical 5-HMF, 2020. http://www.avalon-industries.com/
web/pages/en/solutions/bio-based-chemistry.php?lang=EN.

X. Li, K. Peng, Q. Xia, X. Liu, Y. Wang, Efficient conversion of cellulose into
5-hydroxymethylfurfural over niobia/carbon composites, Chemical Engineering
Journal 332 (2018) 528-536.

AnN9LA5EY, ANURNIBUDITINIA, 2018. http://www.espthailand.com/% E0%BS
%A2%E0%B8%82%E0%B8%ADY%E0%B8%A1%E0%B8%AT%E0%BE%AS/.

S. Zafar, Biomass as Renewable Energy Resouce, 2019. https://www.bioenergy
consult.com/biomass-resources/.

M.Z.H. Kazmi, A. Karmakar, V.K. Michaelis, F.J. Williams, Separation of cellulose
/hemicellulose from lignin in white pine sawdust using boron trihalide reagents,
Tetrahedron 75 (2019) 1465-1470.

W AU, Msdaenziuagiauagwedwesuialva Tngldarsiadifin
MnTanauennguemsiduingiu 2007.

M. Alwani, H.P.S. Khalil, M. Asniza, S.S. Suhaily, A.S. Amiranajwa, M. Jawaid,
Agricultural biomass raw materials: The current state and future potentialities,
2014, pp. 77-100.

H. Kobayashi, H. Kaiki, A. Shrotri, K. Techikawara, A. Fukuoka, Hydrolysis of
woody biomass by biomass-derived reusable heterogeneous catalyst, Chemical
Science 7 (2015).

L. Hu, L. Lin, Z. Wu, S. Zhou, S. Liu, Chemocatalytic hydrolysis of cellulose into
glucose over solid acid catalysts, Applied Catalysis B: Environmental 174 (2015)
225-243.



(14]

74

Hefei TNJ Chemical Industry, 5-( HydroxymethyUfurfural, 2020. http://th.tnj
chem.com/5-hydroxymethyl-furfural-cas-67-47-0_p694.html.

A. Boisen, T.B. Christensen, W. Fu, Y.Y. Gorbanev, T.S. Hansen, J.S. Jensen, SK.
Klitgaard, S. Pedersen, A. Riisager, J.M. Woodley, Process integration for the
conversion of glucose to 2,5-furandicarboxylic acid, Chemical Engineering
Research and Design 87 (2009) 1318-1327.

N. Candu, M. Fergani, M. Verziu, B. Cojocaru, B. Jurca, N. Apostol, C. Teodorescu,
V.I. Parvulescu, S.M. Coman, Efficient glucose dehydration to HMF onto Nb-BEA
catalysts, Catalysis Today 325 (2019) 109-116.

M. Li, W. Li, Y. Lu, H. Jameel, H.M. Chang, L. Ma, High conversion of glucose to
5-hydroxymethylfurfural using hydrochloric acid as a catalyst and sodium
chloride as a promoter in a water/y-valerolactone system, RSC Advances 7
(2017) 14330-14336.

A. Herbst, C. Janiak, Selective glucose conversion to 5-hydroxymethylfurfural
(5-HMF) instead of levulinic acid with MIL-101Cr MOF-derivatives, New Journal of
Chemistry 40 (2016).

S.M. Amsyar, F. Adam, E.P. Ng, Aluminium oxide-silica/carbon composites from
rice husk as a bi-functional heterogeneous catalyst for the one-pot sequential
reaction in the conversion of glucose, Surfaces and Interfaces 9 (2017).

G. Qiu, C. Huang, X. Sun, B. Chen, Highly active niobium-loaded montmorillonite
catalysts for the production of 5-hydroxymethylfurfural from glucose, Green
Chemistry 21 (2019) 3930-3939.

G.P. Perez, A. Mukherjee, M.J. Dumont, Insights into HMF catalysis, Journal of
Industrial and Engineering Chemistry 70 (2019).

H. Xiong, T. Wang, B.H. Shanks, A. Datye, Tuning the location of niobia/carbon
composites in a biphasic reaction: Dehydration of D-glucose to 5-hydroxy
methylfurfural, Catalysis Letters 143 (2019) 509-516.

Wi Reydseud, 180 uasaride, walulagisaufisen, lseiuiquiansal

UUNMINYAY 2556.



(22]

75

Z. Hong, Y. Xinxin, Y. Rui, L. Xiaohui, G. Yong, W. Yanqjin, Direct conversion of
glucose to 5-hydroxymethylfurfural over zirconium phosphate catalyst in a
biphasic system, China Petroleum Processing and Petrochemical Technology 20
(2018) 6-14.

F. Gomes, L. Pereira, N. Ribeiro, M. Souza, Production of 5-hydroxymethyl
furfural (HMF) via fructose dehydration: Effect of solvent and salting-out,
Brazilian Journal of Chemical Engineering 32 (2015) 119-126.

H. Ma, F. Wang, Y. Yu, L. Wang, X. Li, Autocatalytic production of 5-hydroxy
methylfurfural from fructose-based carbohydrates in a biphasic system and its
purification, Industrial & Engineering Chemistry Research 54 (2015) 2657-2666.

G. Yang, C. Wang, G. Lyu, L. Lucia, J. Chen, Catalysis of sglucose to
5-hydroxymethylfurfural using Sn-beta zeolites and a brgnsted acid in biphasic
systems, BioResources 10 (2015) 5863-5875.

V.V. Ordomsky, V.L. Sushkevich, J.C. Schouten, J. Schaaf, T.A. Nijhuis, Glucose
dehydration to 5-hydroxymethylfurfural over phosphate catalysts, Journal of
Catalysis 300 (2013) 37-46.

Y.R. Leshkov, J. Chheda, J. Dumesic, Phase modifiers promote efficient
production of hydroxymethylfurfural from fructose, Science 312 (2006) 1933 -
1937.

S. Nuntang, S. Poompradub, S. Butnark, T. Yokoi, T. Tatsumi, C.
Ngamcharussrivichai, Novel mesoporous composites based on natural rubber
and hexagonal mesoporous silica: Synthesis and characterization, Materials
Chemistry and Physics 143 (2014) 1199-1208.

P.T. Tanev, T.J. Pinnavaia, Mesoporous silica molecular sieves prepared by ionic
and neutral surfactant templating: A comparison of physical properties,
Chemistry of Materials 8 (1996) 2068-2079.

N. Pal, A. Bhaumik, Mesoporous materials: Versatile supports in heterogeneous
catalysis for liquid phase catalytic transformations, RSC Advances 5 (2015).

R. Zhong, L. Peng, F. Clippel, C. Gommes, B. Goderis, X. Ke, G.V. Tendeloo, P.A.
Jacobs, B.F. Sels, An eco-friendly soft template synthesis of mesostructured

silica-carbon nanocomposites for acid catalysis, ChemCatChem 7 (2015)



(38]

(43]

76

3047-3058.

R. Zhong, B.F. Sels, Sulfonated mesoporous carbon and silica-carbon nano
composites for biomass conversion, Applied Catalysis B: Environmental 236
(2018) 518-545.

E. Lam, J. Luong, Carbon materials as catalyst supports and catalysts in the
transformation of biomass to fuels and chemicals, ACS Catalysis 4 (2014)
3393-3410.

B. Bonelli, S. Esposito, F. Freyria, Mesoporous titania: Synthesis, properties and
comparison with non-porous titania, 2017, pp. 119-141.

Y. Xie, D. Kocaefe, C. Chen, Y. Kocaefe, Review of research on template
methods in preparation of nanomaterials, Journal of Nanomaterials 2016 (2016).
L. Zhang, L. Jin, B. Liu, J. He, Templated growth of crystalline mesoporous
materials: From soft/hard templates to colloidal templates, Frontiers in
Chemistry 7 (2019).

R. Zhong, F. Yu, W. Schutyser, Y. Liao, F. de Clippel, L. Peng, B.F. Sels, Acidic
mesostructured silica-carbon nanocomposite catalysts for biofuels and
chemicals synthesis from sugars in alcoholic solutions, Applied Catalysis B:
Environmental 206 (2017) 74-88.

H. Chu, Q. Wu, J. Huang, Rice husk derived silicon/carbon and silica/carbon
nanocomposites as anodic materials for lithium-ion batteries, Colloids and
Surfaces A 558 (2018) 495-503.

R. Ross, Facts about niobium, 2018. https://www.livescience.com/34682-
niobium.html.

Lenntech, Niobium-Nb, 2020. https://www.lenntech.com/periodic/elements/
nb.htm?fbclid=IwAR0O Lo9 Bdod (A5 1 ZwASBnJWsh tbz9 MwSvJcOoNMibD9 Ky2 -
2nFrm7xVHhQ8.

Admat, Niobium properties, 2020. https://www.admatinc.com/niobium/.

K. Peng, X. Li, X. Liu, Y. Wang, Hydrothermally stable Nb-SBA-15 catalysts
applied in carbohydrate conversion to 5-hydroxymethyl furfural, Molecular
Catalysis 441 (2017) 72-80.

Alloys International, Niobium-element, 2019. https://alloysintl.com/inventory/



(49]

r

reactive-refractory-metals/attachment/niobium-element/.

L. Zhu, J. Wang, P. Zhao, F. Song, X. Sun, L. Wang, H. Cui, W. Yi, Preparation of
the Nb-P/SBA-15 catalyst and its performance in the dehydration of fructose to
5-hydroxymethylfurfural, Journal of Fuel Chemistry and Technology 45 (2017)
651-659.

H. Jiao, X. Zhao, C. Lv, Y. Wang, D. Yang, Z. Li, X. Yao, Nb,Os-Y-Al,O3; nanofibers
as heterogeneous catalysts for efficient conversion of g¢lucose to
5-hydroxymethylfurfural, Scientific Reports 6 (2016).

Y. Zhang, J. Wang, X. Li, X. Liu, Y. Xia, B. Hu, G. Lu, Y. Wang, Direct conversion of
biomass-derived carbohydrates to 5 -hydroxymethylfurural over water-tolerant
niobium-based catalysts, Fuel 139 (2015) 301-307.

S. Nuntang, S. Yousatit, S. Chaowamalee, T. Yokoi, T. Tatsumi, C.
Ngamcharussrivichai, Mesostructured natural rubber/in situ formed silica
nanocomposites: A simple way to prepare mesoporous silica with hydrophobic
properties, Microporous and Mesoporous Materials 259 (2018) 79-88.

K. Saravanan, KS. Park, S. Jeon, JW. Bae, Aqueous phase synthesis of
5-hydroxymethylfurfural from g¢lucose over large pore mesoporous zirconium
phosphates: Effect of calcination temperature, ACS Omega 3 (2018) 808-820.

F. Lin, K. Wang, L. Gao, X. Guo, Efficient conversion of fructose to 5-hydroxy
methylfurfural by functionalized VY-ALO; beads, Applied Organometallic
Chemistry 33 (2019).

X. Li, Q. Xia, V.C. Nguyen, K. Peng, X. Liu, N. Essayem, Y. Wang, High yield
production of HMF from carbohydrates over silica—alumina composite catalysts,
Catalysis Science & Technology 6 (2016) 7586-7596.

National Institute of Advanced Industrial Science and Technology (AIST),
Rigaku thermo plus (TG8120), 2020. https://unit/cnta/equipments/index.html.
Science Education Resource Center, X-ray Diffraction instrument, 2020.
https://serc.carleton.edu/details/images/8416.html.

Sutori, Crystallography, 2020. https://www.sutori.com/item/untitled-ed90-0f25.
GAT Scientific, ASAP 2020 — Physisorption analyzer, 2011. http://gatscientific.

com/product/asap-2020-physisorption-analyzer/.



[55]

(59]

78

STREC, Field emission scanning electron microscope and energy dispersive
X-ray spectrometer - FESEM-EDS (7610F), 2020. http://www.strec.chula.ac.th/
base/equipments-rates/field-emission-scanning-electron-microscope-and-energy-
dispersive-x-ray-spectrometer-fesem-eds-7610f.

JEOL, JEM-2100Plus Electron microscope, 2020. https://www.jeol.co.jp/en/
products/detail/JEM-2100Plus.html.

ATA Scientific, Micromeritics autochem chemisorption analyser, 2018. https://
www.atascientific.com.au/products/micromeritics-autochem-chemisorption-
analyser/.

Department of Chemical Technology, High performance liquid chromato-
graphy (HPLC), 2020. http://www.chemtech.sc.chula.ac.th/ct/research/analysis
instruments/high-performance-liquid-chromatography-hplc-2/.

M.R. Farani, P.K. Parsi, G. Riazi, M.S. Ardestani, H.S. Rad, Extending the application
of a magnetic PEG three-part drug release device on a graphene substrate for
the removal of Gram-positive and Gram-negative bacteria and cancerous and
pathologic cells, Drug Design, Development and Therapy 13 (2019) 1581-1591.
H. Nie, L. Fu, J. Zhu, W. Yang, D. Li, L. Zhou, Excellent tribological properties of
lower reduced graphene oxide content copper composite by using a one-step
reduction molecular-level mixing Process, Materials 11 (2018).

Thermo Fisher Scientific, XPS of carbon, 2020. https://xpssimplified.com/
elements/carbon.php?fbclid=IwAR3 bXSSCzghhxeY8 JTpTwjRi3 mgDEROUCUYUktZ
HNOpDZ LmuHgPH87wAfC.

S. Nuntang, S. Yousatit, T. Yokoi, C. Ngamcharussrivichai, Tunable mesoporosity
and hydrophobicity of natural rubber/hexagonal mesoporous silica
nanocomposites, Microporous and Mesoporous Materials 275 (2019) 235-243.

S. Music, N.F. Vincekovic, L. Sekovanic, Precipitation of amorphous SiO, particles
and their properties, Brazilian Journal of Chemical Engineering 28 (2011) 89-94.
J. Liu, D. Xue, K. Li, Single-crystalline nanoporous Nb,Os nanotubes, Nanoscale
Research Letters 6 (2011).

A. Silva, K. Wilson, AF. Lee, V.C. Santos, A.C. Bacilla, KM. Mantovani,

S. Nakagaki, Nb,Os / SBA-15 catalyzed propanoic acid esterification, Applied



[69]

79

Catalysis B: Environmental 205 (2017) 498-504.

R.E. Przekop, P. Kirszensztejn, Highly dispersed Pt on B,05;/ Al,O; support:
catalytic properties in the total oxidation of 1-butene, Reaction Kinetics,
Mechanisms and Catalysis 118 (2016) 325-335.

S. Mandal, C. Santra, R. Kumar, M. Pramanik, S. Rahman, A. Bhaumik, S. Maity, D.
Sen, B. Chowdhury, Niobium doped hexagonal mesoporous silica (HMS-X)
catalyst for vapor phase Beckmann rearrangement reaction, RSC Advances 4
(2014) 845-854.

C.F. Ruiz, J. Bedia, J.M. Grau, A.C. Romero, D. Rodriguez, L.M. Sainero, Promoting
lisht hydrocarbons vyield by catalytic hydrodechlorination of residual
chloromethanes using palladium supported on zeolite catalysts, Catalysts 10
(2020).

S. Denofre, Y. Gushikem, S.C. Castro, Y. Kawano, Stability and surface acidity of
niobium(V) oxide gel surface, Journal of the Chemical Society, Faraday
Transactions 89 (1993) 1057-1061.

T.D. Swift, H. Neuyen, A. Anderko, V. Nikolakis, D.G. Vlachosa, Tandem lewis/
brgnsted homogeneous acid catalysis: Conversion of glucose to 5-hydroxy
methylfurfural in an aqueous chromium(lll) chloride and hydrochloric acid
solotion, Green Chemistry (2015).

l. Yu, D. Tsang, Conversion of biomass to hydroxymethylfurfural: A review of
catalytic systems and underlying mechanisms, Bioresource Technology 238
(2017) 716-732.

W. Li, T. Yang, M. Su, Y. Liu, Catalytic conversion of glucose to 5-hydroxy
methylfurfural and furfural by a phosphate-doped SnO, Catalyst in y-Valero
lactone-Water System, Catalysis Letters (2020).

K. Chary, D. Naresh, V. Vishwanathan, M. Sadakane, W. Ueda, Vapour phase
hydrogenation of phenol over Pd/C catalysts: A relationship between dispersion,
metal area and hydrogenation activity, Catalysis Communications 8 (2007)
4a71-477.

K. Fang, W. Wei, J. Ren, Y. Sun, n-Dodecane hydroconversion over Ni/AIMCM-4 1
catalysts, Catalysis Letters 93 (2004) 235-242.



[75]

80

Y. Takasaki, Kinetic and equilibrium studies on D-glucose-D-fructose
isomerization catalyzed by glucose isomerase from streptomyces sp.,
Agricultural and Biological Chemistry 31 (1967) 309-313.

Y. Hirano, J.N. Beltramini, A. Mori, M. Nakamura, M.R. Karim, Y. Kim,
M. Nakamura, S. Hayami, Microwave-assisted catalytic conversion of glucose to
5-hydroxymethylfurfural using “three dimensional” graphene oxide hybrid
catalysts, RSC Advances 10 (2020) 11727-11736.

J. Zhao, C. Zhou, C. He, Y. Dai, X. Jia, Y. Yang, Efficient dehydration of fructose to
5-hydroxymethylfurfural oversulfonated carbon sphere solid acid catalysts,

Catalysis Today (2015).



AMANUIN N

N1sAIUIUSHIESARFMSUNISIAS8N Nb/HMS wag Nb/MCS
N1 N1SLM38NEITAZANYNIAYAN SN IULBNIUDAGINSUNITENA HMS has MCS

A13197 n1 dmtnluanakazanunuikiuyensadanisndmiunisain HMS wag MCS

Physical property Value
Molecular weight (g¢/mol) 98.08
Density (¢/mL) 1.84

A70819ANUIUNITAS IUEITALANIATANIS AN 2 Tuans Tuenuea

1. AUIUTIANULULTUTDIANSTALANYNTATAN IS NNV

o . S
_ $09ar0anIA x 10 X ANNULILULYBINTA 98 x 10 x 1.84 L
Tuas = — - 3 = 18.38 mol/L
W minluanaveInsn 98.08 ——

mol

2. AUIUMIUSUINTANTALAUNIATAN IS ALY UAINTUNISMSTOUE1ITaLA8NIAYaNISN

ANUNTY 2 Tuans Tueniuea

ANULUTUNTANABINTT x Umtnluanaveensn

USunsansazansnIntanisnidudy = :
AINVUIMUUYBINGA

mol g
ZT X 98.08—L
- 5 MO 106.61 mL/L
1.84 —
mL

wansnluasazatensndailisnlueniuea 1 ans Ja15azatensndalisnudy 106.61

1a9ans warileniueawindu 1,000 — 106.61 = 893.39 Laaans



82

(%
v v Y

AMNUALAUSUINTENIUATIIMNAY 150 Jadans fiuudedlta1sazatensagalisnaudy

J3Um5nNY

YSunsansavatensadaiisniduty, Usuinsaisazanensndanlasniuudiy,

U3unsienuea, U3UAsLen1Uea,

USnmsansazansnsndanasniudy, 106.61 mL

150 mL 89339 mL
YSumsansazanensadaiisnidudy, = 17.90 mL

USUIMTA5ALANENITATANIS NLIUVUXANUNUILUUYDINTA

& a o
Fepalulua = "
UniinluLanaveInse

17.90 mL x 1.84i

= g e/ 0.34 mol
98.08 —
mol

HIUUUSUINTANTAZAENIALAT IS NUUIUA LTINS oLE1TALANENTATATNISNANUTUTU

2 Twans Tuevusaliawingu

lavesd1saraensndanisnudunly

Usunsansazanunindaiisniuduily= — —
ANMULTLTUVBIANTAZANENIATATITNLTLTY

mL
0.34 mol x 1000 —
< = 18.50 mL
mol

18.38 —
L

1%
o

Fafaduimen = USuiesansazanansadanisniduduinly x AunuIkUuYeInse

8
= 1850 mL x 1.84—=34.04 ¢
mL



N2 NM5A1UIUUSHI Nb d1915Un156938d Nb/HMS was Nb/MCS

AU UINUNTINTENING Nb wazAlsaasuwiniu 0.5 N5y
WUmtinlaanaves CHNNDO, +xH,0 wiriu 302.98 nu/lug

Wmtinlauanaves Nb wiriu 92.91 n3u/lua
MBeNAMUINNTATEN 10 wt% Nb/MCS

1. Muiasesazlnetvtnved Nb Tuansianu CsHNNbOg «xH,O

Wniinlyanaves Nb

Yovarlngtiminues Nb = 5— x 100
Wwinlaanaves CuH,NNbO,"xH,0
9291 mil
= ———2—x 100 = 30.67
302.98 —
mol

2. fuanUSinas No AlddmsuniswIen 10 wt% Nb/MCS

Yntnved Nb

fovazlagumiinues Nb fiseenisivan = v— :
UINRUNTINIEKINN Nb Llag MCS

Ymifnvas Nb
10 =— x 100
05¢

Yhmifues Nb = 0.05 g

waz UNUNYDPIT95U = 0.5 - 0.05 = 0.45 ¢
FaNUUSUIUA1AIAU CqHNNDOg +xH,0 NiRaaasauwindu

Y11unved Nb

USunauansnsiu CoH NNbOg"xH,O Nifaan3ey = = T
Fovazlauuminuas Nb

0.05 g

30,67

x 100 = 0.16 g

x 100

x100

83



84

NNNINAFBUNIIAATULT MCS 0.1 NS ansnsagaduila 0.18 niu
LAz INNIATIANUImMENYEY MCS MldALiU 0.45 Ny

satuUsuanAlglunNs DU S AN Y

0.45¢

Usunanhfldlunisdunse = x 0.18 = 0.81 g

0.1¢g

a3u N19m38U 10 wit% Nb/MCS Aaatn3euansfany CHNNbO, +xH,0 0.16 NSy, MCS

0.45 N5 warUSuNUAEluN1SUWSA 0.81 NTU



85

AMANUIN U

nMsAuINMsaBUYaINglag nsdeniiadnig uasnalivasndnineiineg

¥1 mMsmuIunsasuvanglas

N1 IETUTIIMvenglaaldisn1sAulaig uiualsuInsgiu (interal

standard method) lngAulnsuLEINIMUINTFIUTBINglaa (calibration curve) 3aa159

[y

° v ao Ha a o o Yo o 2 3
anlfduansuinsgiulunuideiife eiawiiaflou wazlddniasaeduin

0.15- \
0.10 - |
@2 |
6 |
= | “
0.05-
i I
000 | F‘HIHLH H H HH |
——— T T T T T T T T
0 10 20 30 40
Minutes

UM 21 fegalasunlnunsuvesmdndaeiilainnisduasizr HMF annglagluigniaun

M15199 Y1 8eAUsENULAT NUTANAYEINEN AN NLAAINAITHUATIER HMF 3nngled

Tunanen
Peak position (min) Name Area
8.185 Glucose 119380
8.680 Fructose 16151
24.165 Ethyl Methyl Ketone 89629

25.656 HMF 3986




86

y = 299.73x
4 4 R? = 0.9968

O T T T T
0 0.004 0.008 0.012 0.016 0.02

Area of Glucose/Area of Ethyl Methyl Ketone

Concentration of Glucose (M)

JUN ¥2 WuNIMinnsguvenglad

NNANT199 U1 Nudldiiavesnglaaliainiy 119380 uazituiilafiaveeiiawiaflauie
WINAU 89629 Fatiu

uildfnuasnglaa 119380

Y= =133

wunlafiaveseinwiaflay 89629
dipihdndununlaianlalumuinmanududurenglaanvie gl

y 1.33 .
X = = = 0.0044 luans
299.73 299.73

119931179 A1AUEN15179919ANNTNTY 10 17 AeduANIdNTUYRINglAATIUAATIRY

WiNAU 0.0044 x 10 = 0.0444 Tuais

Jevarnisildsuvesnglaganunsadalaan

ANULTUNglaaRas - mnududunglaanvie

JewavmsiUdeureinglaa = x100

ANUNTUNg AR



87

Al Adudureenglaansauiniu 0.2 Tuans

Unesvesigmaildlunsvihu§Azewintu 10 dadans
9216
mol mol
(0.2 _ x10 mL) - (0.0444 _ x10 mL)

Yovaznsiasuvesnglaa = — x 100 = 77.78
(0.2 _ x10 mL)

22 ANSATUIUNISRBNNATUNIZLASHALAVDINANAUIIA99)

MTATEIIUSInauvenaniugiaiee laun Winlaa HVF uasinesiasa 1435ms
AATgUiUaTHINTEIU IngAIEIudEunTIMEIRsHIuveINAn S uudazyiln a5

o Y & aou Ha a a a Yo o < ) [
i liduaisuinsgiulunuidedne witawiaalou leglddvinasarailuindmsy

nanduaituinniau waznse 2,5-Wausularsuendan lnglddvinazaiedu THF dmsu

Hansueludnnefvinazanedunse

U ! o A a o ¥
fag1eAuIuNIsaenAnIINITLasNalaves HMF

Volts

TeivEs
HHHH =

N
0.0 117
L B L L B R T T \ T

0 10 20 30 40

Minutes

JUN 93 Meddlasinlvunsuvewmdndueinldainnsduasient HMF 31nngled

ludgnadiazansdunsd



88

M135199 ¥2 peAUsENOULATIUNlANATeHEn Mg TlAaINNTdUATIER HMF 9nnglaa

ludgniadinasanedunsd

Peak position (min) Name Area
12.957 2,5-Furandicarboxylic acid 21309134
25.080 HMF 35647049
37.554 Furfural 981155

6

ke

O

©

’_L_j 5 _ c

<

0

2

© 4 y =52.993x o

2 ,

G R? =0.9388

23 -

) .

~

6

© 2 T

o .

<

~

s 14,

T

[T

o

g O T T T T

< 0 0.02 0.04 0.06 0.08 0.1

Concentration of HMF (M)

SUN ¥4 @unsmunsgIuves HVF dwsuigaadivihazaiedunsd

[ '
A a

1NA15199 V2 NUNTARNAVDY HMF TANAAU 35647049 hasHuntafinueansa 2,5-Naki

lapFuanTaniAnyindyu 21309134 satiu
il giaues HVF 35647049
=1.67

y: X Ay va a ¢ Aaa =
NunlanaveInse 2,5-Wwsulaasuendan 21309134

Wathd@narununtananlalumuiaanudutuued HMF aglain

y 1.67

X = 0.0316 luans

52993 52.993



89

Sovarnalauad HMF a1unsamuiadlaan

AMUUTUYDS HMF

Sovavnalavas HMF = — —— x100
ANUTNTUNglAATAY

Mvuali pududuresnglaariduminiu 0.2 luas

aaa |

Ysuasveadigniminilglunisviuisesindu 10 Iaddes

N ¢l

Yuwsvesigmadiiasaeduvsdnldlunisiujisenviiu 20 1adans

azlen

0.40
0.35
0.30
0.25
0.20
0.15
0.10

0.05

Area of HMF/Area of Ethyl Methyl Ketone

0.00

mol
0.0316 X 20 mL
Souaznalaved HMF = = x 100 = 31.57
0.2 T x 10 mL

_ 9
_ =
. y = 177.22x )
i R = 0.9945 e
_ e
— //;’/
® T T T T
0 0.0004 0.0008 0.0012 0.0016 0.002

Concentration of HMF (M)

5UN U5 @uNIMinasgIuves HVF d&usuigaiai

wonaNUFll HMF ludnn1aul 9910910135199 vl Huiildiaves HMF daindu 3986

[

wazNunlafiavaeRaRamlauia1vindu 89629 fatlu

fuTlEfaves HMF 3986

y = = 00445

NunlagnpvwRauiamlau 89629



90

Wathd@ndrununlananlalumuiaanudutuued HMF aglain

y 0.0445 .
X = = = 0.0003 luans
17722 177.22

18991070 01AUIINI0919AUTNTY 10 111 AIHUAMUTUTUVDY HMF L9397 9

Wi 0.0003 x 10 = 0.0025 Tuas azlein

mol
0.0025 Tx 10 mL
Souaznalauad HMF = — x 100 = 1.25
0.2 T x 10 mL

Aalusesaznalaves HMF Nsluignieiiaz igniadainazaiedun3dsminiu 32.82
Fouazn1sidaNinTIIzYas HMF aunsadtwialaain

Savaznalaved HMF

$28aYN15RNNATUNIZUDY HMF = x 100

Jewavmsiduuvesnglaa

32.82
= x 100 = 42.20
77.78

dusavasnalavesdriiuaiuisamuiadlaain

Sovaznalnvesdilu = Sevarnisidsuresnglaaniuisunwlasly - naTiuvesSeuavnala

VIHAANUNNNFINLANTY



-

¥o-ana

Y = S A

W oy U 1ne
S a

GRENTINE)

ANTANEI

negdagiuy

s93antasu

Qs

Use IR deu

wNaNTIaNual AN

4 n3N§1AN 2538

uATUU

PRNTUUNINE S

7 il 4 suavimszen suneuastea’ Sandnuasugy 73120

Best Paper Award TIChE 2020 (Track: Catalysis / Reaction Tech)
in topic of "Conversion of Glucose into 5-Hydroxymethylfurfural
over Niobium Supported on Carbon/Silica Nanocomposite

Catalysts".



	บทคัดย่อภาษาไทย
	บทคัดย่อภาษาอังกฤษ
	กิตติกรรมประกาศ
	สารบัญ
	สารบัญตาราง
	สารบัญรูปภาพ
	บทที่ 1  บทนำ
	1.1 ความเป็นมาและความสำคัญของปัญหา
	1.2 วัตถุประสงค์
	1.3 ขอบเขตของการวิจัย
	1.4 ประโยชน์ที่คาดว่าจะได้รับจากการวิจัยนี้
	1.5 ขั้นตอนการดำเนินงานวิจัย

	บทที่ 2   ทฤษฎีและงานวิจัยที่เกี่ยวข้อง
	2.1 ชีวมวล
	2.1.1 องค์ประกอบของชีวมวลประเภทลิกโนเซลลูโลส
	2.1.2 การใช้ประโยชน์จากชีวมวลประเภทลิกโนเซลลูโลส

	2.2 กลูโคส
	2.3 5-ไฮดรอกซีเมทิลเฟอร์ฟิวรัล
	2.4 การสังเคราะห์ HMF จากกลูโคสโดยใช้ตัวเร่งปฏิกิริยาชนิดกรด
	2.4.1 กระบวนการเปลี่ยนกลูโคสเป็น HMF
	2.4.2 ตัวเร่งปฏิกิริยาชนิดกรด
	2.4.2.1 ตัวเร่งปฏิกิริยาเอกพันธุ์
	2.4.2.2 ตัวเร่งปฏิกิริยาวิวิธพันธุ์

	2.4.3 ระบบตัวทำละลาย
	2.4.3.1 ระบบตัวทำละลาย 1 วัฏภาค
	2.4.3.2 ระบบตัวทำละลาย 2 วัฏภาค


	2.5 เฮกซะกอนอลมีโซพอรัสซิลิกา
	2.5.1 สมบัติของเฮกซะกอนอลมีโซพอรัสซิลิกา
	2.5.2 การสังเคราะห์เฮกซะกอนอลมีโซพอรัสซิลิกา
	2.5.3 ประโยชน์ของเฮกซะกอนอลมีโซพอรัสซิลิกา

	2.6 มีโซพอรัสคาร์บอน/ซิลิกานาโนคอมพอสิต
	2.6.1 สมบัติของมีโซพอรัสคาร์บอน/ซิลิกานาโนคอมพอสิต
	2.6.2 การสังเคราะห์มีโซพอรัสคาร์บอน/ซิลิกานาโนคอมพอสิต
	2.6.3 ประโยชน์ของมีโซพอรัสคาร์บอน/ซิลิกานาโนคอมพอสิต

	2.7 ไนโอเบียม
	2.7.1 สมบัติของไนโอเบียม
	2.7.2 ประโยชน์ของไนโอเบียม
	2.7.2.1 ประโยชน์ของไนโอเบียมในด้านตัวเร่งปฏิกิริยา
	2.7.2.2 ประโยชน์ของไนโอเบียมในด้านอื่นๆ

	2.7.3 อันตรายของไนโอเบียมต่อมนุษย์และสิ่งแวดล้อม

	2.8 งานวิจัยที่เกี่ยวข้อง

	บทที่ 3  วิธีการดำเนินการวิจัย
	3.1 สารเคมี
	3.1.1 สารเคมีในการเตรียมไนโอเบียมรองรับด้วยเฮกซะโกนอลมีโซพอรัสซิลิกา และมีโซพอรัสคาร์บอน/ซิลิกานาโนคอมพอสิต
	3.1.2 สารเคมีในการศึกษาการเปลี่ยนกลูโคสเป็น HMF
	3.1.3 สารเคมีในการวิเคราะห์ผลิตภัณฑ์จากการเปลี่ยนกลูโคสเป็น HMF

	3.2 อุปกรณ์และเครื่องมือที่ใช้
	3.3 การเตรียมตัวรองรับ
	3.3.1 การเตรียมเฮกซะโกนอลมีโซพอรัสซิลิกา
	3.3.2 การเตรียมมีโซพอรัสคาร์บอน/ซิลิกานาโนคอมพอสิต

	3.4 การเตรียมไนโอเบียมรองรับด้วยเฮกซะโกนอลมีโซพอรัสซิลิกา และมีโซพอรัสคาร์บอน/       ซิลิกานาโนคอมพอสิต
	3.5 การวิเคราะห์สมบัติทางกายภาพและเคมี
	3.5.1 เทคนิคการวิเคราะห์สมบัติการสลายตัวทางความร้อน: Thermogravimetric/ differential thermal analysis (TG/DTA)
	3.5.2 เทคนิคสเปกโตรสโกปีโฟโตอิเล็กตรอนด้วยรังสีเอ็กซ์: X-ray photoelectron spectroscopy (XPS)
	3.5.3 เทคนิคการเลี้ยวเบนรังสีเอกซ์: X-ray diffraction (XRD)
	3.5.4 เทคนิคการวัดการดูดซับ-การคายแก๊สไนโตรเจน: N2 adsorption-desorption measurement
	3.5.5 เทคนิคกล้องจุลทรรศน์อิเล็กตรอนแบบส่องกราดชนิดฟิวอิมิชชั่น: Field emission scanning electron microscopy (FESEM)
	3.5.6 เทคนิคจุลทรรศน์อิเล็กตรอนแบบส่องผ่าน: Transmission electron microscopy (TEM)
	3.5.7 เทคนิคการดูดซับทางเคมี: Chemisorption analysis

	3.6 การศึกษาการเปลี่ยนกลูโคสเป็น HMF
	3.7 การวิเคราะห์ผลิตภัณฑ์จากการเปลี่ยนกลูโคสเป็น HMF

	บทที่ 4  ผลการทดลองและวิจารณ์ผลการทดลอง
	4.1 สมบัติทางกายภาพและเคมีของ HMS, MCS, Nb/HMS และ Nb/MCS
	4.1.1 สมบัติการสลายตัวทางความร้อน
	4.1.2 องค์ประกอบของพื้นผิว
	4.1.3 สมบัติเชิงโครงสร้าง
	4.1.4 สมบัติความพรุน
	4.1.5 สัณฐานวิทยา
	4.1.6 สภาพกรด

	4.2 การสังเคราะห์ HMF จากกลูโคส
	4.2.1 ผลของชนิดตัวรองรับ
	4.2.2 ผลของปริมาณ Nb บนพื้นผิวของ MCS
	4.2.3 ผลของอุณหภูมิและเวลาในการทำปฏิกิริยา
	4.2.4 ผลของปริมาณตัวเร่งปฏิกิริยา


	บทที่ 5  สรุปผลการวิจัยและข้อเสนอแนะ
	5.1 สรุปผลการวิจัย
	5.2 ข้อเสนอแนะ

	บรรณานุกรม
	ภาคผนวก ก
	ภาคผนวก ข
	ประวัติผู้เขียน

