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Fuuea1sUsenaudany laglusaunaunyu Cu/Fe;0,@MCM-48 éf’gLs’wﬁﬁ%amauwa?{mﬁ
duaszilariunisiigadiondnuaimewmaila Fourier transform infrared spectroscopy (FT-IR),
X-ray Diffractometer (XRD), Lﬂ%laﬁl,ﬂi’mﬁﬁﬂwmzﬁuﬁ’g, inductively coupled plasma optical
emission spectroscopy (ICP-OES), scanning electron microscopy (SEM) W@ g transmission
electron microscopy (TEM) wuinpeuwedndilafidnsvazifunsinanouin 400 nm wazwans
Usngmsalguidesnsuuniufin SUSna Cu uag Fes0, iy 0.62%uay 1.28% tagyinuiin
MuaIRy Udssuiselunaaeulizentasvesdalasu tneld tert-butyl hydroperoxide
JuseanTuaun wuandssufisen Cu/Tio,/Fe;0,.@MCM-48 19 %yield waz %conversion i
Alndidesiuiisluannedliuadudisiiniuesfiuuasdrsdanslilotanlunsnssdu uasiaiss
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Abstract

Nanocomposites of MCM-48, iron oxide nanoparticle, copper nanoparticles and
TiO, were synthesized for photocatalytic epoxidation of alkene in comparison with the
composites with only copper nanoparticles or TiO, incorporated. The catalysts were
characterized using Fourier transform infrared spectroscopy (FT-IR), X-ray diffractometry
(XRD), surface analysis, inductively coupled plasma optical emission spectroscopy (ICP-OES),
scanning electron microscopy (SEM) and transmission electron microscopy (TEM). The
composited catalysts were in a spherical shape with a diameter of 400 nm, showed
superparamagnetic character and comprised 0.62% by weight of Cu and 1.28% by weight of
FesO4. The catalysts were tested for photo-epoxidation of styrene using tert-butyl
hydroperoxide as an oxidant. The Cu-TiO,-Fe;O,@MCM-48 showed slightly different of
%yield and %conversion under ambient light, visible light and UV light condition. The most
active composited catalyst was Cu-Fe;0,@MCM-48 showing high catalytic performance with
33% yield and 100% conversion under ambient light.

Keywords: photocatalyst, epoxidation, alkene, styrene
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1n398 Mobil TanAdsngu Ma1s gnuvseenilu 3 nau fe lassaseilidu hexagonal, cubic uay

Y

lamellar [19]
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LY ) a !

MCM-48 1JuTan7dnguandani Tlaseaseuuy cubic Aagud 1.7 AiufiRags adesne

Y

ANNFeU NuRiausosnulsvieldsiansudduatty Jsanunsathunlédudiseujisesasnisen
Fuld [19]

U7 1.7 uanslasaaiiaves MCM-48 (18]

nalnnisiinufiselun1sdaunsnzst mesoporous materials wiseanidu 2 naln fe

1. Liquid crystal templating mechanism @en15 surfactant Juiulu micelle Fadnwous

£%
=2

Y84 mesoporous MATUILAUBLTUNTIUAUYDS surfactant
2. Cooperative formation mechanism Weld silica source aslUluansazans Mlmananis

In3ULUUVa3 mesopore 198 silica udmiivIves micelle Wathasnlaluvinnisisn

surfactant azaatesialy vilindelassasieues silica Mlidnwaidugngu [20] dagui 1.8

Rod-shaped Hexagonal Liquid Hexagonal Array MCM-41 with
Micelle Crystal with Silicate Laver Cyvlinderical Pore

— W

Pathway 1 &
Micelle Preorganization

—

Silicate Calcination

Pathway 2 Packing

JUN 1.8 waminalnnisiinufisenlunisdaasizy mesoporous materials [20]


https://www.google.com/url?sa=i&rct=j&q=&esrc=s&source=images&cd=&cad=rja&uact=8&ved=2ahUKEwiiysHHzuLaAhWIPY8KHcuiCxMQjRx6BAgBEAU&url=http://www.mdpi.com/1996-1944/5/12/2874/htm&psig=AOvVaw0Iw1HKM-sJf76zyr2B6gBi&ust=1525198832047131

1.3 IQUIZa9ALATYULUAYDNUITY
A o cu 1 aaa = ] o <
\eduaszviiusuiseuluneulndnvetdudion-48 ounAsE AU lULIATYDUNAN
sonles sumaszavulumssvomeasnikaglnindaulaoanled ilienudunivan dmsu

UL TuaB NN BIntureansUsENOUSAAY

1.4 lnasuazudseiineades

AT lFFnwisW isoduaswondindunainansds fo

Ohno T. wazanyliduaseifussuiizen Tio, weldlulfAzen epoxidation ve1 olefins
meldan1iglduas wud linear alkyl olefins gneendladiiudnenled Ineldluanaveseendiaudu
froondunui Feriaves TO, finadesnsinininUiiieivesdiaiialfAser dwmfvarsedu 1-
hexene 19 1,2-epoxyhexane \Wunanime lnell yield (91dyu 79% wag Usz@nSainuoedaLsg
UAseluufisendnendiatuvas linear olefins fenuinnintulisendnendindu ve9 arylated
olefins [21]

Nguyen V.-H. uagane ladunsigiiiisaufizenduas Au vudansessu titanium silicate
d1nsuUisendnendnduves propylene WuI1 Au/TS-1 Tdiflausmiin selectivity v0967134
URATeN usdauiin conversion 44 CsHg [22]

Chan H.-Y. waganglddunsgidusefizen V-TVMCM-a1 ieldluufiisendsuasdnend
Wwdua9 cyclohexene laeld tert-butyl hydroperoxide Ldufisandununt Anelaaniizuas
dansibalatan wudl NMsusslane V uay Ti ludSuiates quuiansessy MCM-48 fidanananis
WaUAsendnendintuvued cyclohexene lag V wag Ti dunuinlunisnsgau tert-butyl
hydroperoxide [23]

Huang Y. UagAny LAduAT1widassufiTeondaua aun1nseauunlulinsueemeIuasuuTan
5935U TiN Tngldluanaoendiawdudeanduaui wudtanusaldiduiusauiisenduaadnendie
Fuvesansuszneudaruiannzuadlutaafiaeaiiuls [10]

nnAteiingnuimaaniuldimisfisenduasdmiuuiisednendinduves
ansusenoudafuinasiln uasiiadenalnisnety uenaninisduesziinsaufaselfaun
wonoenldiredudafinisdnwlduinin muadeidfaulansdaaszadisuiisenduadlia
UsyBvEnmgetulnensnutanfifiussavinmusaselnddotu Tiun eyniassfuuilumnses
voas wag Inmilleulaeenlas wazanusanenaanlaitalngodeusingnised superparamagnetic

< I3
Y99ranaan lae



Uni 2

N1INNABDY

2.1 wsasiialylunisneasy

1.

. gunsalmuALaUMAl

LASDITIRINDA

Y

L ATRIU UL
LALNENS

2
3
il
5.
6
7
8
9

Lﬂ%@ﬂﬂﬁui%m&ﬂﬁiLLUUﬁﬂgu

. LAIRINMIUAITAYAY
. LATDINIUATAT AU AUUVIaNILAAN
. 1A394 Fourier transform infrared spectroscopy (FT-IR) U Impact 410 (Nicolet)

. IARosIiATgdnwaL Y U BELSORP-mini (BEL Japan)

10. 19384 X-ray Diffractometer (XRD) 34 DMAX2200/Ultima+ (Rigaku)

11. 1309 Inductively coupled plasma optical emission spectroscope (ICP-OES) Sq'u iCAP
6000 SERIES

12. 1A304 Scanning electron microscope (SEM) §u JSM-54 10LV (JOEL)

13. 1A309 Transmission electron microscope (TEM) §u JEM-2100 (JOEL)

2.2 answiluazgunsel

2.2.1 anseiluazaunsainldlunisdunsied MCM-48

2.2.1.1 answiifldlunsdaases Mcv-as

1. Cetyltrimethylammonium bromide (CTAB)
2. Sodium hydroxide (NaOH)
3. Tetraethoxysilane (TEOS)

2212 qﬂﬂszﬁﬁiﬁﬂumiﬁamﬁzﬁ MCM-48

1. Unines

2. IANUNAN 2 AB
3. VIAnHanu

4. YANTOIGFYLYINA
5. NLANYNTO

6. gfieITaBUAAMES

2.2.2 answnilnazaunsaiililunisdunsient Fes0,

2.2.2.1 arswadnlglunisdansiei Fe;0,



1.Sodium hydroxide (NaOH)
2. Iron(lll) chloride (FeCls)
3. Ethanol (C,HsOH)
4. Hexane (C¢Hyq)
5. Oleic acid (Cy5H3405)
6. 1-Octadecane (CH5(CH,)14CH>)
7. Cyclohexane (CgHi»)
2.2.2.2 gunsalildlunsdunsesi Fes0,
1. 9IAUNAY 3 AD
2. Yp3nang
3. NapAnYA
4. Unines
5. vaeathuwioswanadin
6. WisUamAN
2253 miLﬂﬁLLasqﬂﬂmiﬁ’LSﬂumiﬁalmwﬁ Fe;0,@MCM-48
2.2.3.1 aswailglunsdansnest Fe;0,@MCM-48
1. MCM-48 fildande 2.2.1
2. Fe,0, fil#ann 2.2.2
3. Cyclohexane
2.23.2 guUnsaildlumsdansgy Fe,0,@MCM-48
1. vpnunau
2. uyiusman
2.24. mimﬁLLaquﬂiaiﬁiéﬂumsﬁmiwﬁ Cu/TiO,/Fe;0,@MCM-48
2.2.4.1 answadillunisdunsigst Cu/TiO,/Fe;0,@MCM-48
1. Fe;0,@MCM-48 filgan 2.2.3
2. Titanium butoxide (Ti(OBu),)
3. Ethanol (C,HsOH)
4. tri-Sodium citrate (Na;CgHsO7-2H,0)
5. Copper(ll) sulfate pentahydrate (CuSO4-5H,0)
6. Hydrazine monohydrate (N,H;-H,0)
2.2.4.2 qﬂﬂizﬁﬁiﬂumiéﬁmﬁzﬁ Cu/TiO,/Fe;0,@MCM-48

1. vIngUun



10

2. uislaiwdn
3. yaoatuioamanafin
4. feLsda
225 miLﬂﬁLLaquﬂiaiﬁisﬂumsmaauﬁaLﬁaﬂﬁﬁ%m CW/TiO,/Fe;0,@MCM-48
2.25.1 miLﬂﬁﬁiﬁumimaauﬁ’sLiqﬂﬁﬁ%sﬂ Cu/TiO,/Fe;0,@MCM-48
1. CU/TIO,/Fe;0,@MCM-48
2. Anhydrous toluene (C;Hg)
3. Anhydrous tert-Butyl hydroperoxide (C4H;,0,)
4. Styrene (CgHsg)
5. Acetonitrile (CH;CN)
2.2.5.2 gunsaildlunsmnaeudnssufizen Cu/Tio/Fes0,@MCM-48
1. AU

1 1 <
2. WYNLULAAN

2.3 mawseuuluneulndnves MCM-48 sumaszauwIluunsvosnaneanies ayniAszAuLILY
wnsveImanasas lnmileulaoanlyn
2.3.1 M3duns1est MCM-48
W38y TEOS, CTAB, NaOH way 11 DI Tusesiaulnsluaidiu 1: 0.48: 0.48: 55 audeu 1d
CTAB aslumadunay 2 ao whmased DI udmitlunmuseiriesnumsarasiinudy 600
rpm NSuRLasEats NaOH wdsanniudunian 15 Wit iy TEOS fiagvien mudisliuarlviaa
$ouiigamgdl 40-50 °C WHunan 3 $alus ldasiildadlusanmmidou didngoufigamgi 90 °C Adl
Funan 4 Fu thansiildunses uazaredey DI sunszitean pH 989 whifurn pH veath DI
fisliursfignniivios udahlwnfionmnd 500°C Wuan 5 s [24]
2.3.2 M3dunszieunInsRuLIluRsIesvianean lys
Tunmsdansgoumessiulusnsveuninoonlefasdedd iron-oleate \Husiiasiuis
w3allalne azans NaOH 0.96 n3u Tuth DI USunes 10 mL azane FeCly 1.29 nda luth DI USanms
10 L wisuansazatenaued Ethanol, 1 DI way Hexane Tutinas 16,12 wag 28 mL aud sy

lda1sazae NaOH, FeCl, wavansazaenauasiuvinnunay 2 ae vuna 250 mL 1d oleic acid 6.764

'
v & a

n%u UnlU SWEND Naaumndl 70 °C Wunal 4 7lue ntutunadnsewl DI USuins 6 mL iy

9 Y

(%
a

& =3 Y 6 o v o 1% d‘ & v, Ao
3 A LﬂUﬁ'ﬁ“UUEJUVﬁEJU'ﬂ‘UigLWEJG]’J‘VI']@%G’]‘EJ@']UL@ﬁ@QﬂﬁUi%Lﬁﬂﬁ?iLL‘U‘UWH‘U agl@ iron-oleate 7l

AnwaurtutdUwa
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2.3.3 Msdaaszruluaeulndnves MCM-48 uay waneenlum
dunaneenlenuiuing 0.5 mL avanelu hexane Usinas 5 mL antuld MCM-48 1 n3u
muitalinAad 600 rom Wunan 4 Falus mntuilussmesviazangmelnsoanaussineans

wuunu igaungdl 50 °C Wukian 1 talus feliliuis [13]

2.3.4 miduaszriunlupaulndnres MCM-48 aumaszauulusstauvinesnled eunAsziuw
lunsvesmesuaaias nmiledlneanlan

111 Fe;0,@MCM-48 250 mg unnsgang@ilu ethanol Usu1ns 250 mL luviamnundsunng
1A 250 mL Uase rubber septum ABES YA titanium butoxide Usuns 1 mL nuiebsdunan
24 $3lus &ade ethanol 3 A% LazANEIEENTazas 1 H,0: 1 ethanol 1 ass Meldliuss wén

ﬁﬂmmﬁqmwgﬁ 500 °C Juraan 2 Falaa [25]

axant NasCeHsO, - 2H,0 1.1755 ndil way CuSO, 5H,0 Tuth DI U3u1ms 10 ml wag 5 mL
fUaAU Td TIO,/Fe;0,@0MCM-48 0.5 n5U asluarsazaie NasCeHsO, Mntufuansazany CuSO,
muidifunan 15 wiit gt hydrazine Y3anns 125 ul nauisliifune 1 $alus thansi
#1819 1 H,0: 1 ethanol 1 ada diluauflaniganyania figamgd 60 °C Wunan 24 dalus
3wld  CU/TIO,/Fe,0,.@MCM-48  tiusiseufisentiluannzgmaina  [26] T@ﬂﬂg‘jﬁ‘%ﬂ%ﬁm%uéﬁ’q

aunng

N, H,
CUSOd(ag) —_—

Na3C(,H507

CU(S)

2.4 NMInAdBURILSIUNTEN

59U ATE CU/TIO,/Fes0,@MCM-48 20 mg unldlusiavinazaie toluene Usu1ms 2 mL
Nt anhydrous tert-butyl hydroperoxide Usuas 200 L muisifuna 15 ud 14
styrene U3ums 100 pL Menufouiigamgdi 80 °C unan 3 dalus fislilRBuiigungiveos A

acetonitrile U35 45.6 L iterdu internal standard Tngufjienintusaaunis [27]

o (@]
= Cu.’TlOlee3O4@MCM -48 R
SO
TBHP toluene, 80°C
R=CHO

R=CH,OH
R=CO,H



undl 3
NANISNAADILAZILATIZHHNANITNARDY
3.1 M3figadlonanualves Cu NPs, MCM-48, Fe;0q, Fe;0,@MCM-48 Way Cu/TiO,/Fes0.@MCM-
48
3.1.1 wala Fourier transform infrared spectroscopy (FT-IR)
MnMsdaaTIEs MCM-a8 Tudunouit 2.3.1 uay Fe,0,@MCM-48 Tuduneudl 2.3.3 wnvh
nsigatliendnualfheiniesile Fourier transform infrared spectroscopy (FT-IR) titefnwy]

Handuvesansianadagui 3.1

% Transmittance

957

1096

6+

4+

% Transmittance

2- 260

0} ) ) ) ‘ ) 1096 )
4000 3500 3000 2500 2000 1500 1000 500

Wavenumbers {cm-1)

giﬁi 3.1 wang FT-IR spectra 999 MCM-48 984 a) MCM-48 b) Fe;0,@MCM-48

970 FT-IR spectra 189 MCM-48 aziiulein fifinnindlugag 3800 §e 3200 cm? iy O-H
stretching VUK silanol group finfl 1096 18U SI-O-Si stretching fiadi 957 cmt 1 Juwes Si-
O stretching [28] wazlu FT-IR spectra U84 Fe;0,@MCM-48 dapslviaimiloulu FT-IR spectra 94

MCM-a8 Tufenn5us5q Fe;0, asllufansossu MCM-a8 lailsdanasionyilsiduves MCM-a8

3.1.2 LASDIIATIZTAN WAL WU

INNSENATIEHR MCM-48 Tudunoud 2.3.1 uaz Fe,0,@MCM-48 Tutunauil 2.3.3 u1vinig

L3 (% L3

fgtionanwalfIelATadllAT N YL NURY INeFIAYBITNTY TUNHIVEIANT WATIUININTY
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900
o
E 600
v
S 300
N
0
0 0.5 1
Dl bn
[——ADS —=DES]
UM 3.2 uans N, adsorption-desorption isotherm 483 MCM-48
750
=)
E 500
O,
£ 250
Ny
0
0 0.5 1
B/ Pa
[ —e—ADS —=—DES]

gﬂﬁ 33 ngiﬂd N, adsorption-desorption isotherm U84 Fe304'@MCM-48
o i 1]
NS 3.1 uand surfacﬁ”v-area ey pore diameter -

(i
]

i
Materials BET surface area (m?/g) AveLage pore diameter (nm)
MCM-48 1112 2.43
Fe,0,@MCM-48 970 2.43

913U N, adsorption-desorption isotherm 493 MCM-48 way Fe;0,@MCM-48 Iugﬂ*ﬁ' 3.2

waz JUN 3.3 azmiulaindunsiw isotherm Uszandl 4 auinasives IUPAC F9duaunngnguusuy
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mesoporous [29] LLaﬂ‘ﬁayjamﬂ adsorption-desorption isotherm A1uaUA" surface area Loy
BET method (Sger) oz average pore diameter 161 NARILAITIT 3.1

21919797 3.1 uiulddn MOM-a8 fuiifagadesnnn McM-a8 fassadsanifnuy
cubic uay MCM-48 Sisfideusofunielulassadne fedu MCM-8 Selituiiings wanidloussy Fes0,
asuuians095u MCM-48 azwiuledndl surface area fianas Wioewn9n Fes0, TUinsuuiufave s

MCM-48 umutug? average pore diameter HANVNIAN Lani91 Fes0, hilaludnuinsnielulnssves

MCM-48

3.1.3 wAdA X-ray Diffraction (XRD)
1NNITAUATIEI Cu NPs, MCM-48, Fes0q4, Fe;0,@MCM-48, ey Cu/TiO,/ Fe;0,@MCM-

48 Wi siigatienanualmeleses X-ray Diffraction (XRD) tenilastas1ananvedeans

Intensity

i

e AL

30 35 40 45 50 55 60 65 70 75 80

2-theta (degree)

Cu NPs Cu (PDF 04-0836) Cu,0 (PDF 05-0667)

JUN 3.4 uana XRD pattern 7840UMATLAUWINULATYBINGILAY

NFUN 3.4 Wand XRD pattern Y040UNIATEAUWINULUATVDIVIDLHAY LU 2 theta 30-80°
2LUlAI19UN1ATEAUUIIATTDIMBILASTIALAT s TULAIUE XRD pattern aisafiulwd PDF 04-

0836 FaJulWdLIMIFIUTEINBIUAS

N

FWelmheyniauluneswasnduaszilaiuisliidunian 5 Ju udidwvinisiigou

e

6 v

leNaNualMmeLAIas X-ray Diffraction (XRD) dnasuiienilaseaiieudnvesanslvinadagui 3.5
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Intensity

30 35 40 45 50 55 60 65 70 75 80

2-theta (degree)

Cu (PDF 04-0836) Cu,0 (PDF 05-0667)

Cu NPs after synthesized for 3 days

JUN 3.5 wana XRD pattern ¥840UNIATEAULIIULATYBMNBILAIMEINTUATIEALA 5 Tu

91N3UT 3.5 uAAY XRD pattern 1930UN1ATLFUUITUIIATIB MO IUAMETNFUATIZHALS 5
Fu g9 2 theta 30-80° az4fiuléindl XRD pattern assiulnd POF 04-0836 way PDF 05-0667 &4

[ L3 3 o v @ V1
Julvduinsgiuvemesuns wasnawnioanlenniua1fiu azulai1eun 1Al UATUINDILAS

gneendladlageandaulueiniea aelussesiaan 5 9u Auiudidedaiveuninseiuuluumnsves

= P Y} % a) ¢
nesunsian gy neiedasiuldlvigneendled

(211)

Intensity

2-theta (degree)

;;‘Uﬁ 3.6 Wan9 XRD pattern Y83 MCM-48

ﬁmgﬂﬁ 3.6 W@M9 XRD pattern auLdiu reflection fissunu (211), (220), (420) way (332) R

\uguuuures 1aseasnegnguiuy cubic [24] Fanseiu MCM-48 nufednIs
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(211)

Intensity

2-theta (degree)

MCM-48 Fes0,@eMCM-48

gﬂﬁ 3.7 weng XRD pattern U84 Fe;0,@MCM-48 Tuaia9 2 theta 1.5-8°
911 XRD pattern ¥83 Fe;0,@MCM-48 Tuts 2 theta 1.5-8° Wud1 §3psusngszunu (211)

(220) (820) wae (332) wAnIWILAUIMAIIINUTTY Fes0, B3UUTaNT8ITU MCM-48 aynadnsdl

1ASIASI9UY cubic [24]

Wm

Intensity

20 30 40 50 60 70 80

2-theta (degree)

Magnetite iron oxide (PDF 29-0085)

Synthesized iron oxide

5U7 3.8 uana XRD pattern vesivanaanles

waztranoenlenunsguiilassasesndniuy magnetite (PDF 29-0085)

9In3UT 3.8 wane XRD pattern vouwanaenlaanuin sunmawmdnesnlennduaselad
XRD pattern sssfiulnduinsgiu PDF 29-0085 Faluwmdneenleafiflassadandnuiuy magnetite

lnednwazfinfusingdl intensity i1 wandliiuinuaneenleandaasziladiaudundnei
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Intensity

20 30 40 50 60 70 80

2-theta (degree)

Magnetite iron oxide (PDF 29-0085) Synthesized iron oxide Fe;0,@MCM-48

Ul 3.9 wa@ns XRD pattern 189 Fe;0,@MCM-48

Y

uazvdneenlumnnsgIunilaseasaWENUUY magnetite (PDF 29-0085) Tutig 2 theta 20-80°

N3UT 3.9 uAN3 XRD pattern Y84 Fe;0,@MCM-48 Tums 2 theta 20-80° aifiulsindidin
ﬂ’?’]ﬂﬁ 2-theta Ussuneu 23° GﬁqLﬂuﬁﬂwmsmaqﬁﬂ%amaﬁmgm [30] Lﬁamsﬁg Fe;04 aduu MCM-48
Liusngiinuee Fe;0, Tu Fe,0,0MCM-48 Fadunanian Fe,0, fisinaesdiodlsuiulsunnmes
MCM-48 stfumedaiidliaunsaBudunisiiogues Fe,0, uuianiosiu MCM-a8 1§ Swiadldinada
Energy Dispersive X-ray Spectrometer (EDS), Inductively coupled plasma optical emission

spectroscopy (ICP-OES) wag Transmission electron microscopy (TEM) sntaelun1sitasigi

2500
(211)

2000

1500

Intensity

1000

(220)

500

(420) (332)

2-theta (degree)

MCM-48  cmee CU/TiO,/Fe30,@0MCM-48

g‘d‘i?i 3.10 w&@my XRD pattern 183 Cu/TiO,/Fe;O,@MCM-48 Tuaag 2 theta 1.5-8°
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91n3UT 3.10 uans XRD pattern 189 Cu/TiO,/Fe304@MCM-48 Tutha 2 theta 1.5-8° nuh
fapsilszunu (220) FsBuduliinlassaiavesdanidanseg druszunu (420) ua (332) Usnglidatau
wansliliuImaannaaLUsiURY Cu tae TiO, U iag T8y MCM-48 fikaselnsaasnaues MCM-

48 namAeAdunananasedawalit intensity dA1anas

Intensity

20 30 40 50 60 70
2-theta (degree)

Anatase TIO, G —— Cu/TiOy/Fe;0,0MCM-48

Magnetite iron oxide

g‘dﬁ 3.11 w@my XRD pattern 183 Cu/TiOy/Fe;O,@MCM-48 Tu%a9 2 theta 20-70°

mﬂgﬂﬁ 3.11 u@ns XRD pattern 989 Cu/TiO,/Fe;0,@MCM-48 Tutas 2 theta 20-70° WU
fausingliddaau Weileuiuliduinsg . PDF 04-0836 a1 Cu, PDF 21-1272 ¥94 TiO, Wag PDF
19-0629 ¥89 Magnetite Fe,O, Hieanainiiusinadives ﬁQ5u§a1ﬁaWMﬂsa1%Lmﬂﬁﬂﬁiumiﬁqaﬁ
lonanualres Cu/TiO,/Fes0,.@MCM-48 1a Fsldinaiin Energy Dispersive X-ray Spectrometer (EDS)

198 lUNIT ARSI

3.1.4 wAlA Scanning electron microscopy (SEM)
I CW/TIO/Fes0,@MCM-48  1NigRuilandnuainINIsNTzem  Wags19eIAusenauTes
AUNA Inelginatin Energy Dispersive X-ray Spectrometer (EDS) lagld carbon tape W

background iﬁwamim@aaﬁﬂgﬂﬁ 3.12
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U7 3.12 uana EDS map 84 Cu/TI0/Fe;0,@MCM-48

9IN3UN 3.12 wang EDS map 189 Cu/TiO,/Fes0,@MCM-48 agiitulain Usingsis Cu uaz
Ti UueuNA karFUluuNISNSEeMIves Cu iay Ti ilsuiusuLuun1InTeanedives Sikas O
wansliliiudn dssufisennduasizilatu § Cu uay TIO, Andguuniurives MCM-48 uaziinis

Y] | ° A va ¢ |1a % v o PN
NIAYRNIDYWNAUEND u@ﬂﬁnﬂuvl,@l'lLﬂiqgﬁﬂiuqmﬁq@@Qﬂﬂﬁgﬂ@‘UﬂJa\i@Hﬂqﬂi‘ViNaﬂﬂmqiqﬁw 3.2

A15971 3.2 wansUSunasneerusenauluisslisen Cu/TiO,/Fe;0.@MCM-48

Element | mass% | atom%
C 18.06 29.14
@) 38.3 46.39
Si 25.57 17.65
Ti 13.23 550
Cu 4.84 1.48
Total 100 100

< V1 1 = & = a ¢ a 3
Pnesasulailinusg Fe falunaiosnanlunmsiiesgriviinasinesdusenay
mewein EDS lWunsdudondiagiaduiuiuinadn 9 31w 5 dunds Jaenvasliaseuaguiu
a PP & s v o & Ao a < 1%
Ushanileunaveavineanlen Fsliusingse Fe udvisdansagudunisiiegueamvianesnlenls

a [ a ¥ 1 [
@U’]ﬂﬂﬁ%?ﬂiﬂ’]mﬁﬁﬂL‘Viﬁﬂi@l&]L‘V]ﬂ‘Hﬂ ICP-OES LaZNAFRUNTLENDDNUBIBUNIAAIYLIILULAAN
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3.1.5 wallA Inductively coupled plasma optical emission spectroscopy (ICP-OES)

w3 Cu uae Fe Tngldiados Inductively coupled plasma optical emission
spectroscopy (ICP-OES) 4 Cu/TiO,/Fe;0,@MCM-48 0.0117 g tungagniunsn HNO; :HCl
oo 1:1 TaeUsunas U3u1ms 0.2 mL Wanudeudt 60 °C unan 10 wiit anntuniluideadae
1 DI U3u1ms 4 mL shlunsewudaidearssaein DI 40 wh

NA3ET ICP-OES AuiumiuSiunas Fe uaz Cu lu Cu/TIO,/Fes0,@MCM-48 1¢ 0.6446

mg/L way 0.4313 mg/L dhunAnumaiwiulualansaunis

g 1L
[Fe =F L XV mL X 40 X ——————
motte = reconc X 000mL - ™ MW of Fe
[Cu =C & X 1L XV mL X 40 X
mottu = LU cone L “1000mL T ™ MW of Cu

1 mol magnetite
3mol Fe

mol MNP = mol Fe X

mol of magnetite ~ MW of magnetite

100
g of composite 1 mol of magnetite

% by weight of magnetite =

mol of Cu MW of Cu

%X 100
g of composite 1mol of Cu

% by weight of Cu =

PNWNANIINAABIAIUIU % by weight of magnetite ag % by weight of Cu 1§ 1.28 uag

0.62 AUAIAU

3.1.6 wAlA Transmission electron microscopy (TEM)

PNATAUATIEH MCM-48, Fe;O4 ey FesO,@MCM-48 uwmumngﬂiwéf’m Transmission

Electron Microscope (TEM)

5U7 3.13 uans TEM image 99 MCM-48
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mﬂgﬂﬁ 3.13 uang TEM image 104 MCM-48 uansliiiiugusnaves MCM-48

‘Uﬁ 3 14 Heoy TEM | |mage V09 Fe3O4

mﬂiﬂ‘w 3.14 TEM image 984 Fe3O4 LLamﬂMaumﬂmUiNﬂau miﬂulﬂmmwmmaumﬂ

LQﬂEJG]'J?JI‘UiLLﬂilI Image) 19 12.8+0.8 nm LLﬁu‘W]ﬂTiﬂiuﬁﬂEJW)‘U@\?QUﬂ’]ﬂiﬂwaﬂxﬁﬂ‘W 3.15

70

60

40

Count

30

0 — - I | —

10 11 12 13 14 15 16

Diameter (nm)

. JUT 3.15 WAAINISNTEUMIVEN FesO,



22

gih?i 3.16 Weng TEM image 199 Fe;0,@MCM-48

¥A5U3] Fes0, asuuansasiu MCM-a8 Toiuadssudl 3.16 azifiuldinoymaues Fe,0q
Hugeddd wansiteyniaves Fes0, Tdnseanesegiainaueuuiuianes MCM-8 iflasan
MCM-48 Tuuagnsu 2.43 nm uag Fe,0, Hvu1n 12.8 nm sty Fe,0; Faldanunsodnluaglug
Wyuves MCM-48 16 Tnsaindnoynia Fes0, Wag silica anadamieniuseiuselslnsiaunauss
sgwrstawity egndlsfinnuussiainamidauudausme Tnedunaldanniséeuay sonicate viay

ATY US04 Fes0, EIA0guInneson 1 snauauaInuiian

3.2 MINAFBUAILTIULATEN

o o 1

dsaufisenduaseilaunmageuanuaunsalunsseufisenad vinisnsiam

] [
fal a =

USunaumandusifinedulaeldinaila H-NMR Tagld CHACN 1y internal standard dnuaum

%yield way %conversion lAaNENATS

) mol of styrene oxide
%yield = S x 100
mol of initial styrene

mol of initial styrene — mol of final styrene

%conversion = T x 100
mol of initial styrene
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/79879 H-NMR ﬁlé}’mﬂmsmaauﬁ’sLiqﬂﬁﬁ%sﬂ Cu/Fe;0,0MCM-48

PROTON_01
Cub5X 70
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40
S
30
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0.04T KP

0.1+
0.1+
0.121
0.12%
0.93T

T T T T T T T T T T T T T T T T
0.0 9.5 9.0 8.5 8.0 7.5 7.0 6.5 6.0 5.0 4.5 4.0 3.5 3.0 25 2.0 1.5 1.0

=

5.5
f1 (ppm)

7
H, NC—gi— 1,

H. H;

U7 3.17 uana 'H-NMR Alfainmamaaeusalssufiiten Cu/Fe,0,@MCM-48

M13°99 3.3 KARINANITNAFB UALINURASENAN1Is199

Catalyst %yield Y%conversion Remark
Blank 14 24 ambient

Cu 24 100 ambient

Cu,O 21 100 ambient
Cu/Fe;0,eMCM-438 33 100 ambient
Cu/TiO,/Fe;0,MCM-48 18 70 ambient
Cu/TiO,/Fe;0,@MCM-48 21 60 visible light
Cu/TiO,/Fe;0,@MCM-48 21 76 uv
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911915199 3.3 aziiuladiiou Cu/Fe;0,@MCM-48 uvnaaudaLsaufAseanuin Ti
%yield waz %conversion NuInnIndlaisuiu fussufiserves Cu ildunailioannainan
59950 MCM-48 fiYaeiiiunuiinvinudussufisen

o

lulassuninindodawUsiiuiianiy Cu kag TiO, wad Ufisenaiuisaiialaluaniizuas

Tuthsiinmoaiiu fanalnlugui 3.18 [23]

%
R Ve

+-BuOOH

JUT 3.18 wamanalnn1snimninveieduluufisednendinduues styrene

LAINNISVARBINUIY waslutislinueniiu wazuaslursgansibileanlilidnasenis
AUz Wesannvinanluuansnsdiuiinin Weweuiuihnisvaassluanizuassssuya Ay

TiO, Lildfidrudrelunisiinufizenlae ouniaszauuiluunsvemesuas Wudiuddgnvinli

Anufisen Tngnalnifndudagui 3.19



25
o
T

[somerization T

O% /_t\-B‘uOOH

H (G HO.
@*9"“‘*‘2 Cu/Fe;0,@MCM-48 0. - -£Bu
"“*"" %
Q

H

n
z=o

JUN 3.19 wananalnnisinufiseidwendinduves styrene [31]

y1ail LﬁaLU%EJULﬁaumw‘iwﬁﬁ%ﬂwmﬁmjﬂ Cu/Fe;0,0MCM-48 Lag Cu/TiO,/Fe;0.@MCM-
48 FiaNTTRAISIINYIR WU Cu/Fe,0,.@MCM-48 T %yield way %conversion ﬁqmd%ﬁmmﬂ

VTR TeSulNuiALll Cu 1nndn

eidunsmegeulsngn1sal superparamagnetic voesIUAAsen ideldvinsuends

seuisenlegliawuwimanduian 30 Wil wuddiseugisengnueneantinegui 3.20

E‘dﬁ 3.20 LL?{GNNaﬂﬂiLLEJﬂWJLN‘UQﬂ’iEJWI@EJI%?M’]&JLL&ILV@?WL‘LJuL'Ja’] 30 W9
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mui%’aﬁlﬁﬁﬂmié’amiwﬁéfuéqﬂﬁﬁ%m Cu NPs, Cu,0, Cu/ Fe;0,@MCM-48, uay
Cu/TiO,/Fe;0,@MCM-48 Lﬁ@iﬁﬂuﬂgjﬁ%mLS’?NLL?NS‘WEJﬂ%m%’uﬁuaqmiﬂizﬂaué’aﬁu Togldalnsuuy
anstany Ialnsuoonlesidundndost wazld tertbutyl hydroperoxide WWushoonduawst Tnelevin
maﬂqaﬁmaé’nmﬁ@f’;Lﬁaﬂﬁﬁ%mﬁﬁumwﬁlﬁé’astﬂﬁﬂ Fourier transform infrared spectroscopy
(FT-IR) , X-ray Diffractometer (XRD), A3 IATIEREnvaIEuRY, Inductively coupled plasma
optical emission spectroscopy (ICP-OES), Scanning electron microscopy (SEM) tag Transmission
Microscopy (TEM) wudnlasiaseujizen 75l Cu uag TiO, YUIAnI095U MCM-48 151 Fes0, wazm
USinnudenaslneiiminues Cu uay Fe;0, b0 0.62 Uag 1.28 mINEIAU HaN1INAABUANIIUATEN
WUI1 A2L59UHA387 CU/TIO/Fes0,@MCM-48 191 styrene oxide LU undndudilddosnan
Cu/Fe,0,@MCM-48 a1 Cu/Fe,0,@MCM-48 'ﬁqL*‘ﬂué‘f’sLiaﬂg‘jﬁ%mﬁmmzam’jﬂmaiﬁ %yield uag
Y%conversion WU 33 wag 100 AuEITUTIdN 1T LIS TUYIR wazdnssURRTedannsoueneen

Todelaeldaunukiidnnieusn

BUININITARIUIIUIY
® FAnwian1eNiiu %yield 11nTU

® FAnwmaaauiIsIuseNasUsENaudaAuTndY

Uszlevinaininazlasu

lpusauisendnendinduinansnseusnsenlaielaeldauiuudindnaiauen
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