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Abstract

Tungstophosphoric acid  (HPW) was successfully immobilized on the surface of
amino-functionalized SBA-15 and MCM-41, designated as SBA-15-N-H20 and MCM-41-N-H20,
respectively. Their characteristics were investigated using XRD, N, adsorption-desorption,
and FT-IR techniques. The characterization results showed that the synthesized materials
exhibited highly ordered mesoporous structure, indicating that the structures of SBA-15 and
MCM-41 supports were preserved after the modification with aminosilane and HPW.
The surface area, pore diameter, and acidity of SBA-15-N-H20 were 337 m? g"1, 8.06 nm, and
136 umol g, respectively; while those of MCM-41-N-H20 were 290 m?g*, 2.43 nm, and
93 umol g7, respectively. The synthesized materials were tested as heterogeneous catalysts
for the esterification of glycerol with acetic acid using a glycerol/acetic acid molar ratio of
1:6, 100 °C, 3 h, and 3 wt.% catalyst loading. The glycerol conversion over SBA-15-N-H20
(82.7%) was higher than that achieved over MCM-41-N-H20 (78.1%) mainly due to its higher
acidity. In addition, the results indicated that the pore sizes of the catalysts played
an important role for the selectivity of acetin products. Specifically, the use of
MCM-41-N-H20 having smaller pore sizes led to a higher selectivity towards monoacetin
while that of SBA-15-N-H20 having larger pore sizes gave higher selectivities towards bulkier
diacetin and triacetin. Effect of reaction parameters including reactants ratio, reaction
temperature, and catalyst loading was also studied. In addition, the study of catalyst
reusability showed that MCM-41-N-H20 could be reused up to six cycles without significant
loss of catalytic activity due to the strong interaction between the amino groups and
the HPW anions.

Keywords: Esterification; Glycerol, Heterogeneous catalyst; Tungstophosphoric acid;

Amino-functionalized mesoporous silica
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magudsanaey T dudnhdsemieldidudisessudisaufiiten wWuau Janulanesadsuia

%

wansnsiuduegiuuinuunldlunsdunsien Megrvesddasiaielagulanesa uandusun 1.4

JUN 1.4 shegrlassainedanulanesa n) tenvzlnuea 3) Min A) wlv-auuan [15]

1131 nalamsaddvesianulenesa

msaadvestanuleneaannsafinliiiu 2 naln fauandugud 1.5
Tagnaln n) Ao arsfuuvuvesTanuilenedagnaiatumdeuiisifinunasdanudluluszuy
vuzfinalndl 1) assdwiunalausnite arsfunuuvesanuilsnesagnasdundsannifaumdsdang
whluluszuuuen [16]



composite: inorganic mesoporous material
Iyotropic liquid-crystalline phase mesostiuctured solid/surfactant
(shown 2D hexagonal)

{shown MCM-41)

o

the surfactant

spherical . d
micelle rod-shaped micelle SO O
)

Kf r 7

% .V'\.
= _ = \E
m '-?\ i ﬂ) 7 removal of
SRET

silica
precursor
(shown: TEQS)

)

sUN 1.5 nalnnsasieshvesianulanasa

[y

1.1.4  Jaguilewedagan

Tanulenesagannleuldiuegiiniiewine laun Tanulanesadanivia SBA-15
way MCM-41 Lpedaquulawesadiniviia SBA-15 wag MCM-41 (uTaquulenesaganind

PNAFURTLAUENA NG IULANAISAY AI3UT 1.6 unllaudAnuaulasindudie Julagifinnuiey

ANUNEIEe (1nA91. 700 Mssiunsonsy) dn1snsganemvesgniulutiway wagiluTuinsgnguy

11NNI1 0.9 gnuiAfiguFllasionsy SIutdlaudanate sreansiafivazainusou [18] dnyuyng
menmvesianilanesadansaesyadanvasidunuuiengglnuea Tlassasauanaiagui 1.7

1 1
1 1
1 1
1 1
Mesopores | ..
MCM-41 : 2-4 nm

SBA-15 : 5-10 nm

UM 1.6 Wisuisunnaduruaugnagniuveianiilanesasiln SBA-15 wag MCM-41 [17]

Uil 1.7 nwairlaseainees SBA-15 uag MCM-41 [19]



1.1.5  nsavedalpneanasn (HsPWi20a0)

nsmanimelaned iuasusznevrelvg s neulufeeznesvessinlans 1ty
eaey (W), lwaudatu (Mo) v1a axnauean@iau (O) lavimelseznau Ly WeaWesa (P), Fanou
(SN), azgiifluy (A) 187 wazeznaulalasiau (H) [20] nsalanmelswedviinnsavisalaneanasn
Falnssasrafusuumniuuniidunsaennelsweailasunuaulalunmniunldoulumanwane
Ujnsen [21-22]

Aniu fe dnwmzveslazeaine lagiiluasiignsie [XMu0wl® Tny x Ao
pzmaunane (P>, SiY) uag M Ae szmaulang (W, Mo®) anumueslasidaseunsalaninelsned
giansaviaalanoanadn (HsPWiOg) wandne3yu 1.8 nanafe signeanesaluszneunais
Souseususaiiany uazeandiau ddlasiassdendulaseaimaseuloou dedlususaiy

TUsnaudadunaalonaufaziianuisalumsidunsailussansaw

UM 1.8 Inssaievesnsaenivelsnadviansavivalanaanain (HsPWiOa)

nsadfealanoanein lesuainaulasgiainn iesainiamamdunsnganay
Amnuadesnsmdeugenitlasiaianindu 23] etnslsiniu nsavisalaweanosn dtede fe
fufifni (<10 m%g ™) FeiliAntestafianssasuarannsownailudsiumisiiasiAauiasen
(active sites) 1 [24] Faanansaudlulalngnisldnsafsalaneaneinsuiuianiisngu 1y
Saquleneiatani [25] woslaule [26] Telad [27] Tedmartlsuiifnvesuinassjiseniuiu
Hunsuiiudseansawliiuiseufitel widdenaintgmisesnisgnuzesnvesiasesujisen
(leaching) flasnndunsAzenvasnsniialnnloanadnuas Yansosfudiliufouss Fafuiaflanuide
vsduliuuugeiaswifzen Tnemsiiuansusynouduriditingiladduimnsauasuuinves

Jansosiunounsifunsaialanoanesn iieas19ounsnsennulnsivesnsavisalaneanasniu

2D

e

lanaduvisdruiuselosatin (28]
1.1.6  Ujiseneamnaiiadu

wawesimtudulfnserlunismisuieamesiiunisiiujizenssning
s aa L 3 [ 7 d' & v a aaa aaa
nInAIsvendaniukeanages aun1stludigun 1.9 lnenaludnsinisiinuisenvesugisen
wamesiwduiatulatn mnludidassujisen [29] suseufizenteuldlulfiseneamesiliadu
A v ' aaa Aa [ = o ' aaa [J [ d'
Ao Fussunsenianulunse dedinalnnisisadisen Wudsgun 1.10



O O
catalyst O
)k + R—OH —=——= )k oy Ny
R OH R OR'
ASAANSUBNTAN LeaneEea LDaANDS 1h
L

sUn 1.9 Ujiseneamnesiiaduy

/_*H+ { ]

CI? OH Cl)H
R—C—OH - R—C—OH oy R—C—OH

+
ASAANSUDNTAN 7
Q'O.H
™ i OH —
R—C—OH | l R

ﬂ
ﬂ

| 2 R—?—OH R—C—OH
| — +
OR R'—OU ‘\_/
.I_

+
) -H* i
R—C—OR == R—C—OR

LDANDS

5U# 1.10 nalnmisiieujiseneamesiladu Tuan1iznse

Uﬁﬁ%awmama'%ﬂm%’wﬁﬁgmjwmﬁﬂmmmﬁu’tuﬂwﬂ’u AaUNseeameI Aty
sninandweseatuninaiuenaddn Lilesan nalweseaiviuiudunainainnisnanlulefiua
Fausmuileannisiindwesealultiduingivliugnamnssueinis taiosdiens sauds
gramnIsHEILEY ndiweseadanmisngnivdsuliiuaisedang q Ayariaeduld diuufisen
wamesilety lnaduninsiiaufiseeamasilinduinle 2 @i

() Uﬁﬁ%a’l(ﬂ'aﬁjaﬂ (Consecutive reaction pathway) é’fﬂgﬂﬁ' 111 na1fAe
ueuendwaledaziinanujiteeameiiindurendieseatuniaaivendan vz ilandiwolsd
wazlnsndwalsaaziinainnisiufAseneamesiinduvestousniwelsiuaylandwelsa Au
NIAAISUDNTAN MINAIRU
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(ii) UfAsenavuundunauldle (reversible parallel reaction pathway) fiagu
~ | A a I3 a I3 = & a ° Aaaa an )
1 1.12 nanfe ueuenaelse landiwelsa waslasndwelsa inainnisviujiseneamesiliadu
YBINAeIeatiunInAIsUaNTanlnnse lnalinulfisensenindlandiwelse waslasnawelsa fu

nSAANSUDNTAN
@]
I
CH Oo——C—R
@]
I -
OH + R—C—OH = OH
CH OH
nAwasea nsAANSUBNTAN yauandwalsa
@] O
I I
O——C—R O0——C——R
@]
I |
@]
I
O0—C—R OH
lasndwalsa landwalsa

UM 1.11 YAsevieiiiasseninandwesoadunsaaivendan [30]



OH
OH
OH
ABICRFRN]
OH
OH
OH
ABICRFRN]
OH
OH
OH
ABICRFRN]

ﬁ
R——C——0OH
nsAANSUBNTAN

2 R—C——0H

nsAANSUBNTAN

YR~ U ~0OH

nsAANSUBNTAN

O——C—R

TS

PAVAN

OH
H
yauandwalsa
=
O—_C—

HO

Fa

io
ot

< \
landwalsa

O
|

OO LR

O

I
O——C—R
Iasnfwelsn

2HO

io
ot

HO

[WN)

Fa

io
ot

12 vgufjiieades

Tutlgiiu UjAseeammeiitnduseninniiweseatunsnaiivonddngninnfnuuiniy
Fainaalidradu feuidediunannilddassufsouuuenius 1ileaa1n FBnsiadoudaiss
Ufzenligennuasufiserarunsoiinled wididaidefa dnssuiunisgeennlunisweandase
n&sduanuinisen vliiAanistandeulussuy Snvsldannsatdsenduanldlndld Feduded
LIRS USRS UUTIsRUGE MY

LM@EI‘UﬂG]UQﬂiEJ’] FDE1NIUITB AT

JUT 1.12 YfAseneduunuseninndiweseaiunsamivendan [31]

a

A a

Y
av o a

luufAzentiunnTu wu nsldmissufisemuueniug
M3IRIUUTANTDITUNTNUNRIZ wwiaamwgﬁuazmimﬁ
laun

195 vinlvausanennduunlyludle




Zhu wazauy (2013) [26] Mwmafia NHs-TPD Tunsynusunansnvaaeasiaiennsaniense
3 ¥R NTANNALNTAEN NSATELANBaNDSN warnsanaalWluaUAN WUIN LB LALRETINSIAY
Y] a v = ~ - & A A e v ) Aaa
nsavsalaneanenlvAinulunsngeiign sesaunfe woslaluNnsiiensnvivalndadn
waznsanaaWluduan anuaeu

Goncalves uazpny (2012) [32] lawSsuiieudnsaufisen 3 viia fie nsavisalaviaanasn
nsansngdudalnin waznsadaiyin luugiseneaneiiintuszninansaloadnuazieniuea
wuin ileldnsesisalaneameinifususeaufiton avlndesaynsiiasundasesniweseauniian
fio $ovar 92 sedaEndo nIadaTain uaznIamislngdudalin TWiesaznisiUdsuutases
nawesealu Seuay 19 uay Sosaz 8 mud1Ay

Tropecelo wagamy (2010) [33] laUssuiisulssansninvesnsaammnelsned 3 ¥da laun
nsavisalavieanain nsaludulaneansn wagniavialadaandaiu SBA-15 Wlelddumisauize
waneITledussmnsnsandudfn wasemueanuitnsaialaneanssnlvidesaznsudsunlas
Yo ugTian

Brahmkhatri s Patel (2011) la@nw1ufAseneainesfitatussninansauiauiiinuas
wnuea agldnsaaalaneaneIniauiu Mcm-a1 1HufussufAsen nudn deldiae 4 4alus
Sovarmsivasundasvasnsauduiiingsdis Yevay 80 warievarnsiuAsulasueansatduiiin
Hudovay 100 Tuiaan 6 Falaa [34]

Patel Wag Brahmkhatri (2013) [35] la@nwiaaunariansnisaiassnsaisadlanoanasn
20U MCM-41 figuiu SBA-15 luuffseneameiliadurenialomdniuiumuea ngan iz ild
nsavisalaneanoindruiu SBA-15 1TufusaUfAsen alviAnifidnsiuinninluaniaeild
nsarsalaneanainiauiu MCM-41 Feaonndesfiusovaznisildsuulatvasnsalotadn

nfienunnindieldnsavivalaleanosnianiv SBA-15 WWudisslfizen

ogslsfinnu tioifunsfinusyansainnindudaissufitenidswus luunsuideisud
Mt it figninuusiuinesTagras Ul Bungilsiussiludounisadedaensa alily
UFAzeenenanntu Tneruideiiieatesdsd

Luo wazaniy (2014) [36] LadaasievidaisaUfiiien HPW-NH,-MCM-41 iieldlunisiadn
fuzfuanlaulslslediu annamsmaasanuin fovaznisdsuutasedlauulelslefiugsds
Sovay 100 wileld HPW-NH,-MCM-41 1 TufaissUffzen uaransnsmivassufasenduurldale

o w

d4 5 asdlaglulavinlisesaznisiasunlasuaalawilylslofuanasagnedidada

o

Xie'and Hu (2016) [28] lé@nwUfAsenezdladdavesihdudumdestunsnaiusanuas
nsaA U3 Taeld SBA-15-prNH,- HPW 1Hudaissufasen deflidesifudlnedininue
nsavisalanoano3niumnsrai (30%, 50% uay 70% lastnin) Taewdemarninadunsaves
FLsaUFATET MU 70% SBA-15-pr-NHe-HPW Tiidnmanafunsngsiian Ae 1.12 adluadensy
509A9U7D 50% SBA-15-pr-NHz—HPW Wag 30% SBA-15-pr-NH,~HPW TiAaauidunsaiminiu
1.02 waz 031 fiadluadoniu mudidu Weidussuiaseie 3 vinlunaaoulssansameiiu
Uiizenesdladda nuin fLseUfATen 70% SBA-15-pr-NH,-HPW T¥osagnisiudsuniasues
nina1UTanlu Yesar 622 uazdosaznisildsunvatvesnina1uianiiu Yesas 645
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meluian 10 4alug %qﬁaﬁaﬂﬁﬁ%m 70% SBA-15-pr-NH,- HPW 1%¥esagni1siuasuunlasues
n3A1UTAN waznsan1UInfigandn eieufu #3aUfAsen 50% SBA-15-pr- NH—HPW waz
30% SBA-15-pr-NHz—HPW L“LJEN@JW’]ﬂﬂ’J’mL‘Uuﬂ‘JWUENGDLiﬁﬂgﬂim‘ﬂmﬁﬂm’] uenanifanunsati
FussufAsenduanldanlads 5 afilaglaliinliesagnisidsunlasesnnanuianuas
nsnAUINanasetlitedAy

Y Va & A

MNUITeRINaTIeie il dedanuaulalunisduasieidnsel JiseTiswug
Y g

Tnen1sdauusiuinvesiansasivuuuisnaulidungleiduasiludou snduisuiuliiuinves
Fandamidunsalasldnsmemmelanedvinnsaisalaneanasn wdrdairianidunselan
nagounaeUUTE AN MU e oamesTilatuse ninenAweseauasninozdin Fandnsieii
Ioanansailuldusslevdlaegnaninemie wu seusssdauatansatlulslugnamnssy wenwils
vuzilaogdiu uadlpserdfuldiumainuriaitoufulsunmlunaainuasdomadls

13 dnguszasd

1. oduaseiiniafiseniisiusiaeldnsavisalawoans3nnssunutaquuugnyudiis
nyfleituesily

2. Ailedsaisusidaasgsildumadeulsgavsnmsiuuazeeamesiiatuves
nAweTeANUNIABLTRAN

1.4  YIULIAIIUIY

a

a v éj d‘ = U 1 aaa a
QWU'J‘UEJU@UI"UV]"U%ﬁﬂ‘i&l’]@]’JLi\‘]ﬂ{]ﬂiEﬁn’lﬁ

LY

ug TaelddansosFunuudyniu 2 vila Ao

3
Y

Fansosfulaneiadanivila SBA-15 way MCM-41 fignanuusiuiolnonisifunyilsituesiilu fo

Qe

(Y]

3-avilulnsfialnsionondlaian (APTES) antuisusuldiufiavestagiamdunsalagld
nsnsvmelsnedviansavisalavoaainiflasasianduuuuianiy Weosndarudunsnauas
fanafiosnennufougininlassairsindu uddnifaniidauagilauvaaeuuszansnm
duUiseneameitnduszninindweseautazninezdinlaefnwuiouiisulssansamnisdu
Fusaufisen AnuntledefdemereUsy@nsnmuesUfiser Anwimuaiusnlunisidassufite

nauuldgn wavfnyiraunamansvasuasen



UNi 2

N1INAADN
21 @19adl
A3197l 2.1 ansiadl
ansLpdl UIHNTMUY

Tetraethyl orthosilicate (TEOS) Aldrich
Tri-block copolymer pluronic (P123) Aldrich
Hexadecyltrimethylammonium bromide Sigma-Aldrich
3-aminopropyltriethoxysilane (APTES) Aldrich
Phosphotungstic acid hydrate (HPW) Sigma-Aldrich
Glycerol (C3Hg05) Sigma-Aldrich
Acetic acid (CH;O0H) Merck
1-Hexanol (C¢H;40) Sigma-Aldrich
Sodium hydroxide (NaOH) Merck
Sodium chloride (NaCl) Carlo erba reagents
Potassium hydrogen phthalate (KHP) Merck
Molecular sieve 4A Sigma-Aldrich
Acetone (C3HgO) Merck
Ethanol (C,HsOH) Merck
Toluene (CgHsCH3) Carlo erba reagents

22 MsAssNAIsIUgTen

221 MIduAsIEiansessy

2211 msduasieidansessulenesadaniulin SBA-15

[ [

Tansessuulgnedadanivila SBA-15 gnduasizvisigislelasinesia
lnelduoufifdnlasudenlanedinesviianglsiin123 (EO0PO70EO) tUud13duuuy
wazldimnsyiefaneslsdainn (TEOS) LJuunasdani lneldisdaunsizviniuisves Tropecélo
wazaniz [33] 13ua1ndmglsdn 123 USuam 20 nfu azanedisaisazatensnlelasnasin
Aty 2.0 Tuans Usuns 600 faddns meldnisniufigungiivies ndsanarsazaredy
oty Wumnszieficnaslsdding 425 n¥u fasnenaununa uazniumedn 1 Falus
flgaumgiivios n¥saniulinrudousigamgdl 40 esmwadeauazmudefuna 24 alus udaie
thansaraeildldoslnaauagindnneuiigungli 100 ssrmwadea WWuna 48 dalus s

Wwaudafilaundnemetindy wazeuliuisiigamall 100 esmwaidea ntuiasiiduasisila
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a a

Ldwnfgamall 550 esrwadua 1Wuan 5 Halus werdnanssunuy lngldsunuuimungumngl

Y Y

Fagui 2.1

550°C 5h

1°C/min

1°C/min
RT

5UN 2.1 sdnuunmuseamilun1smInansiuuuuves SBA-15

2.2.1.2  miduaseiiansessualenasaganiviia MCM-41

TansesTuulanesadaniviia MCM-41 gndunsizvlaelddnalnsiunsa
wenludonluslud (CroHaBrN, CTAB) Wuassiuwuuskazldinnsziofaneaslsdang (TEOS) Wuumas
301 BafauvainisdaasnsiaInisues Chen uazans (37] uainthdfialasumsaueuluon
Tuslud 12 0% wawfuthindu 600 fiaddns naularsagaedudedertuiioumgiivies anniu
venansavanoueslanile 512 Tadansiiieazasasfuuuusdufumnszieiaoeslsdann 50 niu
adluflaznonaun uazmusedn 24 Fluaiigungiivies ndsmantuiweaudedildundradeindu
waztomuea oulviui figamgf 60 esrwaidoa 9nduiiasiidansgilaluwfigungd
550 earwalioa Wunan 5 91lug tefdnarsduuuy Tegldguuuuimungamaiiduiedt
MsdnansAuLUUYes SBA-15 faguil 2.1

222 msiiuvyilaidueziluuniansedsu

Yansesfusieansuin A SBA-15 way MCM-a1 gnLRungiladduesdiulagld
aslnsiialasieonendlaiau (3-aminopropyltriethoxysilane, APTES) Gﬁaﬁimﬂa%ﬂmamﬁagﬂﬁ 2.2
Tnel938n150eRandanssuiunisdunsies (post-erafting synthesis) §45auUasainisaues Wang
uazAnl [38] Fuanirfansesiu 1 ndu wn3ndndmelngdu 50 fedans Wunan 24 $lus neld
vssendlulpsian Mnduivewdsiildudrsdeioniuea uazeuluiaiigumnd 60 esmiwaidya
TnguFAsemaiiuvyiladduoziluuuiansesivuansdsgui 2.3

\/0\Si <\ANH2
A
=\

U 2.2 Tassasavesesiluleiauniin APTES
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APTES

anhydrous toluene, reflux

JUT 2.3 Uisenmisiiumyitanduesiiluuuiansesiulagdtnisdenanainszuiunsduasgy

] L%

2.2.3  minsansavivalaneanainuuiansessungnaaulsiuiamevyesiily

Y

nsnviaalnvaanaingnnisuuiansesfuiigninuys Nufadasnges Alulngld
ABBUWINLUTY (impregnation method) M3A5v09 Zhang tayAuy [39] L‘%Mﬁ]'}ﬂﬁﬁaqiaﬂ%’uﬁgﬂ
pudsiuRnfovyesiilugn 0.5 n¥u waudutindu 60 Haddes ntudunsavsalaneansn
Sovay 20 Tastwiin nglénsmufigangivendunan 24 $1lus ndudsvsaudsillidheingu
uazezdlau eulviusiigamail 60 sarwaldua lasufAsenisassnsaviealavleaneinuuiansessy

e D

gnanuUsiuimenyoilunansdisgun 2.4

@
NH,

HPW

<]
Stirring for 24 h H2PW1204

JUN 2.4 URsennsnsansavivalalealeSnuudansessuiignanuusiuiamensjesily
lpgTsaumnsniuty

a [ o 1

agelsinn lunuidelndeliduasisidnsalfnsennavaulivne Tnevihnisdunsiey
Jansossuwlgnesadani (BReanuiite 2.2.1) wdrdsusulinuiinvesianiiaudunsalagly
nsnenimelsnedviinnsniiaalaneanasn Sevaz 20 Ineuvin (8Heaiuiite 2.2.3) lneliniu

nsrvunsNsAuvyilsiunestilumeaisinsiialasionendlaway (APTES)

23 mammanudunsavesiasslfizendidansizils

a

23.1 - nsuanunnsiagansazateslafeulansenles (NaOH) fsansazaeUgugl

Y

Tnunageulalasiaunniian (Potassium hydrogen phthalate, KHP)

11 KHP 0.02x n¥u azaltsluiindunazysudsuinstaidu 100.00 iadans
TuvrafinuausuIns nndutiunansazaty KHP Mesauliun 20.00 faddns lywmsanvaisazans
NaOH 0.001x Tnans laeldfuadnndudusuniamnas
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232 nisiumsesissufisendanseilassaisasanslufeulansonlyn

N3 unsAvesiLssUfAsevilalasdnlUasiSuas Mbaraka uazany
[40] FetdiseufATefidaasgilaun 004 n¥u udfvarsazarelaifeunaslsd (NaCl
aadudu 2.0 luand 12 faddes nuilgumadveaduina 3 42lus arnduildlnmsady
a1sarate NaOH 0.001x luans laeldiuadnmauiudumanes

24  mvesaulsEanEamvasisUgisenduassildiiudgiseaanasiaduves
NALYRTRANUNIARLTRAN

mMsnaaeuUsEavEamiTsUizendnanesiliiuujiseneameiiatuvesnsivesea
funsauedAnvilaedauUasminisues Patel wagany [41] Fusuainniniindiweseaduniauedin
Tudnsidiu 1:6 Inslua wazdisaforas 3 laoula Sudndngangil 100 esAtvalTea
aeldussenialulasioufunan 16 $1lus WeFugaufiiien wondusseaniasnistumisg
druvesarshefuilindouararsudndngilitinsziiieisufalasuilnnsftfidefae
wanleoslutgduinaines (GCFD) lneldnoduiyin CPSi8 uazldisnyrusailu
a1sunsgunelu (internal standard)

25  nsAnerldadendaariauszansawvesufnsen

251  9n51aulneluavasaIsiInu

Ujfseneamesintuvasnaeseadunsauedinlaelddnsidiulaeluaves
NAWeTeARBNIABYIANTILANAINAY 4 A1 A 1:1, 1:3, 1:6 uazl:9 gnAnwiluan1izngamiiviaiu

Y

100 aeawaldeauasloLssUinzensasay 3 Tneudavasusunaamsninu

o aaa

252  gaumgildvinugisen

=Y

Uiseneamesinduvesndweseanuniauadinlagldaamiinuandneiu 4 A1 Ao
90, 100, 110 uay 120 sadwalea gnanwiluaniieiidnsidiulasluaveinfiwesoadansnosdan
whiu 1:6 wagldmissugisensevay 3 lneuiavesUsuialansninu

253  USunuduseujnten

Uiseeamesiliatuvesndweseadunsaua danlaglduTuiunissufisen
waneneiu 4 A1 Ao Seway 2, 3, 4 uag 5 laguiavesuSunaansasiu gnAnwluanienonsidiu
lneluaveinflueseasnansnaydAnyiniu 1:6 Wavaaumgiivindu 100 serLuaidesd

2.6  MsuagauANNalNTaluMsIA R RTenauN g

WM sdusgasenduunledn Aawuaiainisees Chen wazame [37] lneilloduan
UAATe1 wenAasauisensanainalsiesuiivaswasalsnandnelaen15duries 31ntuang
Y ! aaa [% 14 o v A a = < Y
Aaseuiserdeieniuea wdrirlvouuriaigamgll 100 seangadea WWulian 24 93lug
noudluldanluasasioly



UNN 3
NANISNAABILAZDNUIIENANISNAADY

3.1 mswgaliendnualvasiagndaunasisla

3.1.1  adanesganunsndy (X-ray diffraction, XRD)

3.1.1.1  ensdanunsnduwnisy Wsldulenesaganivis SBA-15
\utansessu

Tansossulanedadaniviia SBA-15 gndunsizinieislalasinesdda
Tneduaseinuisees Tropecalo waramy [33] Wlefiarsmudnaisdfnunsnduunmfisures
TanvesTuilonasadaniviin SBA-15, Jansessululanasadaniviln SBA-15 viaeAumyHeidu
oviilu (SBA-15-N) wazilegneidaensavisalnmleanadn (SBA-15-N-H20) lugassmmasnisideaiuy
(20) 1WAU 05-50 89A Feuansfagy 3.1 wuin Jagsossuialenesaddnivin SBA-15
ToiAnunsndudia 3 susnda fio 7y 20 = 0.94, 1.58 uay 1.80 e Jensafuszuvazsioud (100),
(110) wa (200) M1UAIGU HAVBLINTITIRNLHINTULNNIASUVBITanTo s ULlanoSadann
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ffosas uananidmudn Anunsndufinvestagesiundafiumyilsituosily uaziegneiedeg
nanvisalaneaiainag Aoulumeflnuaeamsiioriunenas 1INnuoauIni 2dsind = PA LRSI
FHAd wmwmwwu%qaumﬂ (d-spacing) mamamamm‘[%wmmamwm MCM-41 tindu

deRansandnusdanunsnduunniiisuvesiansesiumlenesadan
in MCM-41 deuuasnianiesensarialavoaiedn Tutassmesnisideaiuy (20) wadu 10 - 80
NG %qLLamﬁqu 3.4 wuin liusngdgravensavivalaveanainlufiogns MCM-41-N-H20
%’5Lﬂumammﬂm'sﬂszmaJGhléfasuaaﬂsm/"faaimwaaWa%nuuﬁuﬁwaﬁamaa%’u Tngdaanadiny
Tuga3 20 Wiy 15 - 30 a3 [Wudyuvesedygiudan



17

A MCM-41-N-H20

MCM-41-N

Intensity (a.u.)

1.0 I 1.5 ' 2.0 ' 25 ' 3!0 ' 3!5 ' 4.I0 ‘ 4.5 ' 5.0 I 5.5 ' 6.0
2-Theta (degree)

JUN 3.3 WonLsdanursnduunniiisulugnyuvesnisideiuy (20) Wiy 0.5-5.0 aden
dieltulawesaddnvin MCM-41 1ludansesiu

l

”M) m N0 TN O PO

w% MCM-41-N-H20
RO IN .:u I-x IuL‘ awal .HMIIv
T . e

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

Intensity (a.u.)

JUN 3.4 dnsdanursnduunmiisulugaguueInsaeuy (20) winiu 10 - 80 aae
Wieldulawesaddnivin MCM-41 udansessu
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Faufnaeluuagiiuinnguen duflefinsannisanasesituiiiameusnias meluvesgngumuin
msanasuesiiuiiiameuen Jaesniudieisuiumsanasesituimneluvesgngu uandvidiu
1 nyilsituesilu uaznsnvisalaneanain daulvgluaisiussiiuineluresgngu deaenades
funan1siasgiuinsvesgngu lnsUininsvesgnsuazaoy 9 anadiilofansessugnifu
vyjilarduozilu uageSanensaisalaneaneIn mudrdu [44] usednalsfsu Sntladeniadiens
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S i s fufifndmng | fufifaniguen | Nufiianelu YSURTgnge | IUIAFNTY
‘ [m*¢"] [m* ¢™] [m? ] [cm? ¢] (nm)
SBA-15 869 95 e 1.20 8.06

SBA-15-N 423 67 356 0.89 8.06

SBA-15-N-H20 So 49 288 0.67 8.06

MCM-41 1,035 41 994 0.84 2.43
MCM-41-N Szl 25 296 0.30 2.43
MCM-41-N-H20 290 22 268 0.19 2.43
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Ao 8.06 kay 2.43 UNWIAT MIUAWU UAFNYAULNIINTEAYFAIVITNTULANANAU NA1IAD NaLFY
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3.1.3 wadaySgsnsuaneiudunsusaawnlnsalnl (Fourier transform infrared
spectroscopy, FTIR)

vyjilsiduvuiandidaningsilignitaseidie madayiFosnsuanesudumsig
awnInsalnd uanswaoenuiluguvosdunssaaunaiy Fawanisiasizsivgilaituvesian
Adsaszild Weldiulanesadaniviia SBA-15 uaz MCM-41 1HuTansesdu uanafagui 3.7
nBunsnIaUnn sy wuin Jansessuilanesadanivia SBA-15 uag MCM-41 Tannsy
pdneadaftu Tnovgflsdduiinulutansesiuialowe fadanaiia SBA-15 uag MCMA1 fifseil
ANRYRINTAULUUEARINUSE O-H Wufi 3,440 cm? ALATIMS AL LB AT lilausn LAz
faaun1nsveaiusy S-O-Si wufl 1,084 Uag 800 cm’ MUY wa¥AIILAYBINIIHULUUIDVEY
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fansessuriliiAnsunsisensevinlmanaveniafunguues Si-OH [47]
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W-OcW mnaidadu [47] Inelaseadrsnsavisalaneanoinuansfegud 3.8 udodislsfiniy
Fan SBA-15-N-H20 uag MCM-41-N-H20 FsfiuSunavesnsasisalnrieaniednegiiissiosay 20
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Selectivity of diacetin (%)
Selectivity of triacetin (%)

3 4 5 6
Time (hour) Time (hour)

gﬂﬁ 3.9 fevagmisidsullatesnileesea (n) uagdovaynisidoninvesesdiu (v, A, )
Tufiseneameiinturendmesoatuninesdifn (@ngild: dasdiuvesndivesoaniniedin
winitu 1:6 Taelua gaumgdl 100 ssmieaidea atlumsvinuFAzen 6 dalas
uazldiuseufizensovas 3 lngua)

Q
OH I
' O C—CH,
o~ 4 )J\
P ——— +
H,C OH S N H0
OH
OH
nawasea nsABLARN UpUDDLTRY
O
H C)J\OH
3
o) 0]
O—C—CH 0 ="
0 . W
H3C OH
HZO + @ C CH [ — . O—C—CH + HZO
I
O—C—CH3 OH
nsosdiu nodRu

JUT 3.10 Wdunnnsiiaugiseneamesiliaduvesndiweseatuninesdan
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[
OH OH \5‘./0 OH GH oOH oK o rlu\jl/o oH CH OH oH oM c\jl/o oo on
; gd—cH
HaN *Hai HOYC"g “HaN HO\OVC"'B o
— Foe— ot/
1 H H
NH; MH;* @ MH:* m‘le HH; r!m,
é 2 ch)kou i 2
S i i si s i
o/clz\o TH o/l\n TH XA oH c/of\o OH o/\l\c oH o/j\o OH
L1 1 [ NAMWA TH TV FA/A T S |
] [ ] [ |
] [ ] [ ]
L& 1Y B0 30 L1 4L Ly Iy Y
Nl ~A S
5 Ed HC 3 HO.
Ho_i HO% HO—%
g-‘g'_ - of HCB_.
a” P \+/CH3 Ha Ko, |l CHs Hal HO\‘ CH;
~Co H* fors - H* 0
) R | NSRS ;
é‘le 2NHz NH3" §H2 MH3* §H2
51 i S . = i)
D/é\o oH O/:”\D oH a/g\o oH o/:;‘\\‘a OH /c\)\o CH o/\z‘\ oH
I Y O I | ' N e e o (L | IS Y O O N | |
] [ ] \ J
-H,O
]
wods & N LA 0 O
N1 ” ”
Si HO
1/, O——C——CH O—C——CH
HN 5 om, 3 O 3
g
Y/ | = —
N —rrrrr 'Yy T 1T 1
l-li OH O—C—CH3
éNH,* 2NHZ
B ] OH OH
o/g\o oH o/:{\a oH - R
I A A | 1aUDEYRU lnasgiu

TnsosdAu

Ui 3.11 nalnmsifauffzeneameiiinduvesndiweseatuninezdin
Wiold SBA-15-N-H20uwaz MCM-41-N-H20 1Jusiseufiizen
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322  nswSeuiisulszansnmlunisssufizenvesianndansieila

q

UsednsnImveeiitsau)izen Ha1sananauainisalun1siu)isenvessiiise
UAse1 MunileTnaiuaunsatun1svinufisenvesdasaufisen taun A1 turn over number
(TON) v Sruauansdeduiiduiiseviesmundndusiiiiatusosiuiudussuiasen
LAy A1 tumn over frequency (TOF) Vel S1uruassssuidiwhu§Asevies uiundn s
AAnTurosuuFssURATelY 1 wihona F9e TON way TOF vasiisaufisen SBA-15-N-H20
LarfaLs1UFATE1 MCM-1-N-H20 Wamafam19197 3.3 Fa59UFATEY SBA-15-N-H20 1vfein TON
Wiy 570 wag TOF Wiy 1.58 saudouni dadAtiosndiAl TON was TOF va9iLsafizen
MCM-41-N-H20 ¥ TON wag TOF iy 687 waz 1.91 ausieurit sud iy Ingd1 TON uay
TOF fiannndn uanaie Armanansalunisissuiseniigenda o A39UfN381 MCM-41-N-H20

FailusganSMnveiisuinsegeanIndaisaunsen SBA-15-N-H20

A3797 3.3 A1 TON ag TOF vasufisendleldsnissunizeniiu SBA-15-N-H20 waz
MCM-41-N-H20

Asaufnsen Turn over number, TON' | Turn over frequency, TOF? (min™)
SBA-15-N-H20 570 1.58
MCM-41-N-H20 687 1.91

L TON = Swuluasiuvesmdnsiue (ua) / Arnudunsavesdussdise (us)
? TOF = TON / 360 min

3.2.3  Uadendenasieusednsnimvesl)nsen

31nN15UTEUIBUUSEANSAIMIUNILSU AT 87109 9Uf A58 SBA-15-N-H20
wag MCM-41-N-H20 H1u@A1 TON hag TOF wud1 fassaunsen MCM-41-N-H20 fissansainlu
19U ATeNgeNI R aUATT SBA-IS-N-H20 datiu fadauATen MCM-41-N-H20 Fsgnidonlsk
JudunuvesissljazenieAnerdasundinaneuszdansnmuosujasen iun snsrdqu
Tneluavasanssadiu gaugliiliviufiten waeUSunuiisajase,

3.23.1  onsdulesluavasansienu

NNSANYIDNTNAVBIOAIIFIULALLUAVDINALYDTRANUNTABLTAN
luufiseneamasiiatu U5l fisen MCM-41-N-H20 aglddnsdiuvoinaweson:nsnosdnn
WANAAYW 4 A1 AB 1:1, 1:3, 1:6 kax1:9 ﬁqmmﬁ 100 a4ALwaLTed LIaTbun19viugAsen 4 dlag
dosnifunafivjisensuingauna warldfissufitensesas 3 lasuna d95e8aznns
Wasuulagvesndlweseanaynisidoniinvesnanfus Jauansfsgui 3.12 nudt $evas
mMswabunlamenaweseavsiiiuiy Weshsidruwendimesea:nsnerdaniiutu Inefiensd
Y0anAoT0a:n3nzdRNINTY 1:1 1sesaznsidsunlasvesndweseawiniuiovas 72 waz
Sovaznisiauniawenilseseaavgeiisierar 85 iladnsdiuvesndluesea:nsnerdiniiu 1:9
Fa¥eparnisiUasunlawendweseantiuiy Wesnsaulngluavesansieuiiudy aunsaesune
Tneldndnaes 1o vuaedLe nanie WeUSinamesasiduiniy lufldae nsnesdnn sxdanale
UFAsenAnlUtamilaA Ty vinlraugaideulunisinvesufasen dmalifesasnsidsuulag
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voandesengedu sehdlsimunsfiudnduesniwesoansnozdin 210 1:6 10 1.9 lall¥dea
TWiosarniaUdsunlasneaniiweseageluegisiidedidy Mdoradownan deduiua
nsmerdRnluUFATemnauTeTERUnils ﬁ]uﬁ/l’ﬂﬂmiw’]LL‘Wiﬁi‘wiu%@ﬂﬁﬁmmum@mﬂﬂgﬂimLﬂWU‘u
Laldauysel danalvisouas guoan1sdsuulasesndieseaiiniuifivadntes WeRarsmn
nsideniinvesndndast wudl nsideniinvosneuesydiuazanas luvariinisidentinyes
oz wavlnsesdfuaziiuiu Woshsdiuvesndivesoansnosdiniinty osnndsinuves
nsnezdRndifisiy Lﬁmiamaiumiﬁﬂﬁwg‘jﬁ%swaqﬂi@@g%@ﬂﬁ’w;‘ﬂamiaﬂ%amamauaazs‘?ﬁammz

=

lnazdfu Jedanalsagarnsiaaninavaslnosduwas lnsosdRuiuTu

o | —m— % conversion y 10
70d PAVA DA EEEH TA - 90

: e
| g
60 1

50

401

30

Selectivity of acetins (%)

20 4

1
3
Conversion of glycerol (%)

1:3 ; 1:9
Molar ratio
5UN 3.12 nsAnwdvisnavesdnsdulneluavendiwesea:nsaosdin (1:1, 1:3, 1:6 uag 1:9)
flgamadl 100 ssrwaldoa nanlunsiwiise) 4 Halus uazldisiiteoriosas 3 lnena

o aaa

3232 quugidliigises

Msfnwdvenavesgamniiflivihufaseluufiseneamesiindues
ndweseatuninesdin iufusIUAATeN MCM-41-N-H20 azldgnmaliiunns1adu 4 a1 e 90,
100, 110 waz 120 ssrmwaldea lngdnsndiulagluavaindwasa:nsnasadandu 1:6 L1a1bun15¥
URATen 4 alus wagldiiseufitendenay 3 Inowna defosarnisdsuulasuesniluesoauay
MsdontAnvoindndariuanifagui 3.13 3nnsminuda Sesasnnsiudsunasvesndivosoa
wifisty degamgiiflivhugasewiutu Tnssesagmaduutasosndivoseafinduaniosa
73 Wloldgauvndl 90 esrwaidua ufesar 95 Wleldgamall 120 ssmiwaea Feanivniinigiiia
gaumpilumeahufAsedmalifesagnaasunlameiniweseafisdu esnnuilegamgiigay
wdunmiundsusadliudeyniavesanslussuy vilfeynieesansindeudiléiidu Fegeiiu
Tonmalunsautuveseynauindu dawalvasdefuaninsniufasensuldftu uwegidlsfon
msifingamaiilunisiufazenan 110 ssawsadeadu 120 esrneadoa luiladsmalniooas
naasunlasvesndiweseagiduedisiitedy mﬁ]ﬁmmmLﬁaqmmmmﬁamamma £FN
aawﬂsvmm 118 2eAaLdya uuLLam’nmﬂﬂgmmmmw 120 peAaLdya a]vwﬂwﬂimmm
nanezdinlunisiufitenanosas ilesan miﬂmmﬂulasﬂmmma ¢3fin Fatu fevazaaq
maiAsunlamoindweseaiadutufisadniios uanilofansanfanadeniavomaniuet nud
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degamgilunsviufiSeniiutu axdwmalinindenifnvesueusesiuanas luvaiinindenin
voslnordfuuarlnsordfuasifiudu wanaliiiud, Asifivgamgd 1WumsifiunszuIung
wuugnALFeulsifusE U (endothermic process) [48] Bnvladaviliflontalunisiinvhufiseves
nanozdfniunylansondavesmousezdiuuaylnesdiudintu Juindulaesdiuneylnsesdiu
ALAAY

80 | l—% conversion i 190
72724 MA | 190
70 4 DA ;/ ]
- 80

Selectivity of acetins (%)
1
3
Conversion of glycerol (%)

110
Temperature (°C)

5UN 3.13 n13@nwdvisnavedguninlevinu)isen (90, 100, 110 way 120 edmwaidea)
dndulneluaveINaeToR:NINRSTRNINAU 1:6 1Ia1luN¥ULATeN 4 Falus
wazldinissuisenseas 3 lnauia

3.2.3.3  Ysudasedfisen

n1sAnwIBNsnaves UM isenluliseeamesiinduves
nAweseatunInodin NuFLIsUAATET MCM-41-N-H20 aglHUTanusaiseuifsen funndieiu
461 Ao Yeway 2.3, duaz 5laoulavosusuinansaady Iausnstdrulaeluaves
ndweseansnosdaniu 1;6 flaamgil 100 ssalealdoa wazldnanlunsyiiisen ¢ dalug
Fs¥ovazmsiuAsunlasesnaluesen WovnsiaeniiauasnanANT UAAIRITUN 3.14 annnswmuin
$ovarn1siUasuntatvendieasoadniiniy e vsuadanssufisenfiutu lnsdevay
nadsuulasteandisesoaiiuuainiesay 80 iedusinuiussufATeneglussuuienay 2
Tnowia Wufovas 88 eflUSinninssujiseneglussvuiosas 5 Inouaa Jsnsifiuuiaunasiuge
UfATen denalisesaznisivdsuutasmesniivesoaifintu (iesain UjAseneanasiiaty
Foenssussiiseniidanmdunsa Mdudleszuuianudunsaunniufizdamaliuinzeninlss
Fu ugaehlsfinu msfuinaguseiiselussuu minfevas 4 lnewa (udesar 5 Tasana
TuilgvilidasasnisiUdsuilameindwesoaunnssiuegalided ey oradieanain nisldusuna
FussufAseuResfonar 4 lnswavesansaedu Aanunsoviildszuuiianmdunsaiifissne
Tumsiaufzemeldaninedenanld [49] fufu Sevazresninudsuulamesniivosoaiafiaiy
deadntos wavdlefinnsandsnisdeniiavesdninet wu deuTuudusswfisendiuiu duwa
Tinsideniinvosueusezdfivanas lurasiinisidenifsveslaerdfuuaslnserdfuasiiiudu
desnnUimaiiswfAtenintu saxdunsifudundavesuinaslifussuy dewavinli
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[

landlunisidiiljiservesnsnes@dniunylansendavesueuessdiuuaynasduduinyu
Jalunaivisesaznisdeniavedlnesdunas lnsesdRuiuyy

80 - 100
—a— % conversion

10| VANARNIDABERTA S P
/ .

60
50

404 77

30 4

20

Selectivity of acetins (%)
Conversion of glycerol (%)

Catalyst loading

gﬂﬁ 3.14 M3ANWIBNINaVRIUTUALTIUATEN (Soway 2, 3, 4 way 5 lneuaa)

f9ndnlagluaveindiveseansnoaRnyniy 1:6 Ngaungil 100 eemivalgya
wanlunsyugisen 4 93l

aaa LY

3.2.4  nisvegeumNatnsalunistisinsufisenauunles

mamsmaaummaﬂmﬁaﬁlum{l%{?}ﬂﬁumﬁaLi'wﬁﬁ%m MCM-41-N-H20 iLay
MCM-41-H20 luugiseneamesiliaduroinfiweseadunsn oz @induiiuiu 6 nds LRI agUT
3.14 91HAN1INAA0Y WU FssUATeRe 2 98a arursodinduanldinluufasenls
usognslsfinnu duseufazeniilivssansamtuntsinduanldsnléifing Ao Miseujisen
MCM-41-N-H20 Tnetilofiarsananndesaynisivdguulaswonawesea wuin fesaynisuasuulas
yeandiweseaideldfissufAiTen MCM-a1-N-H20 azddngenindeldissufAzen MCM-41-H20
esindasalfATen MCM-41-N-H20 Sereaiiiunse (93 lalasluadeniu) innndifuseufazen
MCM-41-H20 (87 lailaslaarensu) uena1nil dewSsuifieuiesasnisildsuutasmesniiwosen
n&191nYURRSEIATY 6 A% Ut FesazniTUAsuLUavesndiwesea WeldiaiseufATen
MCM-81-N-H20 anasiiesiosay 4.7 vaisAidaisaufiisen MCM-41-H20 anasiedasas 10.1 uas
deRasamanisnaaestunis¥inssuiaisen MCM-41-H20 srluufAsennsedl 2 wudn Sevay
mMswWasumasesnawesoaanatliisfosay 7.3 fansanasuesiesaznsiasullawesnawesoa
og199ani§al o1afianmmmnannaianisdeutududu (multitayer) vesnsnvisalavoaniedni
pseguutansesiuilenaiadaniudia MCM-a1 vilisunsisevesiuss idousududuliudouss
wnwe dwaliiinnisugaesnainiasiasnvesiansesiu dilugnisanasedesiniivesesay
nawdsuudastesndiwesea [37] dau nsiuvyileitusziiluluiiswizen MCM-41-N-H20
au1sngaeLiindszdniamnisnszanediveansavsalaneaneIniindauuiagsesiu
vinlinsndiealnnioaneIniignaiivuiansosdu flenafiaznininnisdeuduifutuans
nsavialaneanaInana
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n13fiRLSaURATEN MCM-A1-N-H20 SaasiiuseAndamgadetinduulddnds
6 afatiu anursnesursliinauudusivesdunsisernslulasadrs Sedsznauludae
1. msBamilerfusmeusslndiiaing (electrostatic interaction) 581319 NHs* vosvgilertussziily
fuleoouauvssnsaisalaneanasn (PW) [28] 2. Wuszlalasiau (hydrogen bonding) sewinsesmau
lalasinuremyilenduloaiuea (ESi-OH) vuiansTaesu iU pvnaueaniauveInsAvitalaneanasn
[50] frewuseiiudeussfenann Sedanalsd anusnindassufasen MCM-a1-N-H20 nduunlda
luufseneanesilindureniweseanuninasdinlnoeiiussaviznn

100

| M MCM-41-N-H20
90 [N MCM-41-H20

80
70—-
60—-
50—‘
40

30

conversion of glycerol (%)

20

cycle

SUTl 3.15 maneaeummausalunislitivasalsaUfAzen MOM-a1-N-H20 way MCM-1-H20
TufATeneamesfiinduvesniweseatunsnosdin (annaedld: Snsdiuvesndisesoaninuadin
Wiy 1:6 Taglsim gaumgdl 100 ssrniwaBes LatlunsyhuiAsen 4 Falus
wazlddssuisuniovas 3 lnena)

325  aunaransvasgisen

n1sAn¥IRaUNaMmIENSVRIURS e eameslAtuYeINdiweTeanunsn e dAn
HIUAILTIURATE SBA-15-N-H20 ey MCM-41-N-H20 Idan1isueanisnaass fe dnsidiu
Ingluavesndweseansnezdfnlu 1:6 gaungll 100 ssanwalivs Usunaudissiisensesas 3
Tagina waznan 10 - 60 uiiusnUesUfisen sauwaranivesUfisengnAnuriruaunisi (1) - (@)
Fearldnsmaudiiussening In(Cly/ICY) U wan () uansdasuil 3.15 :nnsmnud Heufisen
4 SBA-15-N-H20 way MCM-41-N-H20 (Jusiseufiisen aglinnuduiufidaduseninuinm
nsldnfigeseaiiiintutunarlunisiuiasen wansliidiudn saunamiansvesfisen
wameIiaduvendiweseatuninesdindaduufisondusunis sﬁaé’MiWﬂWiLﬁmﬂﬁﬁ%awﬁuagﬁ’u
ANUUTUYRINGWTER lngdenndatiuaITeves Patel wazAne [41]

NNaUNTVRIUNTEdusUNile [17]

BNIINTINAYHNTEN : Rate = -—— = K (1)
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dnaunsludlendu : S —— —kdt )

Sufinsnaunisy (2) avla : (n[C] = -kt + In[Clo (3)

%’mgﬂammsﬁ' (3) WaannaesiuaunIsdunse y = mx + b laidu:
ln@ = kt (4)
(€]

Faty AIMINUTU (slope) = k

de = dpsiidanvesuizendusuiivis (i)
(o = mududuresndiweseadinaviriugud (uas)
€ = eudiduesndweseadiviaile q (uand)
t = nartunsfinufiser (wi)
i SBA-15-N-H20 5 MCM-41-N-H20

y =0.0081x + 0.4776
R?=0.9992

0.8 0.8 1 y =0.0074x + 0.3942

R? = 0.9699

In(C,/C)
In(C,/C)

0.6 0.6 4

04 T T T T T T 0.4 T T T T T T
10 20 30 40 50 60 10 20 30 40 50 60

time (min) time (min)

3UN 3.16 Unsendununisvetuisentoanesillatureinaigasoaniuninesdin dusiisauisen
SBA-15-N-H20 wag MCM-41-N-H20 (an19e#ly: 895180 ndieason:nsnkadan wiriu 1:6
lnglua gaunnil 100 ssrwaldya Lagldnnsslisensevar 3 lneuia )

dlofansanAIasiensIn1niny fAsen Seuandfanisnedl 3.4 nudl Aasd
SnsnsiinuAseedinesiitaduassnfiveseaiunsnesdan 1iald SBA-15-N-H20 1Tu
FsaUFATen azdidn 8.10 x 10° undi L Bsdiengandn ileld MCM-a1-N-H20 1TusaissufAsenitlss
AAsisnIINaAnUFATe windy 740 x 107 uait! TnerasiisnsnisiinufAzenfigandn deld
AsaUAzen SBA-15-N-H20 lunaunan Ampnuiunsanasdnuussniuveassuiisen adma
Thensiidnsniainuf§Azengendn deaenndesiuiesaznsiiasuulaseandiweseaiiiaginia
1ol SBA-15-N-H20 (Jusiseufazen

51971 3.4 asiismnsiAnuFAseudleldmassufAzendu SBA-15-N-H20 uas
MCM-41-N-H20

fseUgnsen AAsSnTINSAAURATEN (K) x 10 (min )
SBA-15-N-H20 8.10
MCM-41-N-H20 7.40




uni 4
dyUunan1sneasg

MsdaATIERiTsUfATe1AIsWUS SBA-15-N-H20 way MCM-41-N-H20 13910 daAs g
Yansossunilanesatanioiin SBA-15 uaz MCM-41 9indusnudsiufinliidumyiteriduosilulagld
Insialasienendlaiau (APTES) A2835015M0RNNEINTEUIUNITAIATIZN (post-grafting synthesis)
w3 uldiuinvestanlhifunsnlaeldnsneninelsnedvdansniisalavloaneindsilaseadng
Funvuaniu Tngldissumsniudu (impregnation method) feusinainsadesas 20 Tnethmniin

wansiigationdnualvesiaisafiteduaszsils wuin faalddnsnuarudusmgu
wuualelile wanedn madunyesidussiily waznsavivalaneanasnluvililasasswesiansosu
gnviane Teefiufiinsuniziazragnguves s aaszilddeld seA-15 Hutansossy iy
337 MTNLUATABNTY WAy 8.06 WIULUAT AUFIRAY sumsﬁﬁuﬁﬂﬁwLWWLLammmgwqwaﬁa@
Adsasesilfifleld MCM-a1 iTutansessu windy 290 ans1auasionsi uag 2.43 unluluns
MNAITU wazAIrULTuNIAveIanss ULl nesaTan1vdn SBA-15 uay MCM-41 1dan3ese
nsnvisalaneanasn wihdu 136 wag 93 lulasluasiansy muasu

Yanitdansreilés 2 il (SBA-15-N-H20 way MCM-41-N-H20) gniumegeuUsEENS AN
Tumsilusistuiseisiugiiuliseneamestinturesndweseadiunsnezdsin naldaniiy
Wiy A dnIIEINYRINALYeTeANTALBRANYINNY 1:6 laslua gaumgll 100 saALwaLgea
natlunsvhuFazen 6 Alianeldusseniavesuialulasiau warlidnssufisordosas 3 lnsana
mamﬂmsmmamﬁﬁ’]ﬁﬁyﬁﬁaﬁ

1. Yovazn1stUdsuulaiveanateeseatilold SBA-15-N-H20 9xilr1genin
Llold MCM-21:N-H20 anmaiilesua N3 sUfATe SBA-15-N-H20 flava1uidunsa
(136 lulasTuaronu) wanniadaseufiser MOM-a1-N-H20 (93 lalasTuasiona) Snvadaiss
U381 SBA-15-N-H20 flvuragngu 8.06 urluning deslvuinlngningniuvesdnssufisen
MCM-41-N-H20 Aifivuragngu 2.43 wiluams Fehlinistislouinavesansssiu (mass transfer
dlulugnguvosiause §Ten SBA-15-N-H20 anasatinléfindn uenanddanuin Yansesdy
mawiaffivuingwguuansiisiu diwarenindoniinvesmandamif unnistu laedussuiisen
MCM-41-N-H20 Favuinvesgnguidnniidanssufisen SBA-15-N-H20 axlsiannnsideniindy
uoUDardAUNINAIY VA AFITsUFATo1 SBA-15N-H20 FsTauravosgngulvginin aglvin
madeniindulaesdiunaslnsozdiu gandn o avitls 9

2. n1sAn¥IRaUNaMmIANSVRIU RS ELeaneslAtUYeINAlwaTeanunIn TR
HIUAILSIUH AT SBA-15-N-H20 wae MCM-41-N-H20 Wud1 3aunar1ansvaduiisen
wamesiliaduvesniweseatunsnesdindniluuiitendusunis Inefiseu§ATen SBA-15-N-H20
wilrnneiidnsnsindfA3en (8.10 x 107 writ?) gendrAdildanndaissufiser MCM-41-N-H20
(7.40 x 10° i)

3. HanTsTaduALANNIaluNsEE WethdssufAsen MCM-a1-N-H20 srldfely

1% '

UAseneamesiindureindioseadiunsnes@sin wuin Aa3aU)Ase1 MCM-41-N-H20 S3madl
UszAnsnnaadienduunldagnis 6 ase anviedalilseansamnandndisaufiser MCM-41-H20
Wee1n Msiunyiledduesluludaisajiser MCM-41-N-H20 a1u1sadreiindsed@nsaan

nsnsEAngiiveInsavialaneanaIninsavuiansesiu lenalunisiinnisvaneenainlaseainaves
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Tumswselniiading send1e NHs" veangflanduasdly du PW vasnsavivalavoanasn uas
Wuszlalasiauszniteesnoaulalasiauvesnyienduleatuea (ESi-OH) vudansessuiu
prARURaNTLAUTDINIAVElavRaNssN Fedmalvisalssufnzen MCM-41-N-H20 aunsanauunlyd

luuffseneamesilieduraindiwesoaiuninezdinlasenaliuszansam
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1. Anwiaauvnamansyetuiseeamesiiatuseninandigeseauazninesdin taun
nswdsulUamdinudassivd, nmsilasuwlasioulnst waznisivfeustadounial
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