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Abstract

MIL-101 (MIL, Matérial Institut Lavoisier) was one of the important models of metal-
organic frameworks (MOFs), which were widely studied and used in-many scientific fields,
such as catalysts and gas storages. Normally, the synthesis of MIL-101(Cr), which has
chromium as a base metal, uses a harmful hydrofluoric acid. In this work; the hydrothermal
method was chosen, without using hydrofluoric acid, to prepare MIL-101(Cr) and the iron-
substituted MIL-101 or MIL-101(Cr,Fe). The products were characterized by XRD, FT-IR, and
SEM. After that, the photocatalytic property was studied via the decomposition of methylene
blue by UV-Vis spectroscopy. The catalytic result was compared with the energy band gap
measured by DR-UV spectroscopy. In conclusion, The synthesis of both MIL-101(Cr) and MIL-
101(Cr,Fe) was successful. However, the substitution of chromium by iron. (MIL-101(Cr,Fe))

gave lower photocatalytic efficiency due to a wider band gap.

Keywords: = MIL-101, metal organic frameworks, photocatalysis
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Bhattacharjee Waz Az 1AT1n15d9LAT18%  chromium terephthalate metal-organic

framework, MIL-101 Tngl435 hydrothermal, ricrowave uag dry-gel conversion synthesis &4isana
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nitric acid W&y acetic acid wémﬁmeﬁﬁlﬁﬁqmﬂmaqa A [Crs(O)X(bdc)s(H,0),] (X = OH %38 F) (bdc
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Tuan wazanz lRinA15FRLAIIEIR MIL-101(Cr,Fe) Nunui 25% tnguvinues Cr aag Fe
Inele hydrofluoric acid BunsuInaUnnsuEUSU Fe-O vibration ARumils 546 e Tuvaei Cr—
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1.5.1 N159LA1ZUANATALNYLTINIUABSANUNTATY (X-ray Powder Diffraction :
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gﬂ‘ﬁlj X-ray Powder Diffraction®

XRD #011191n#137 X-ray Diffraction figeawalnein “AlANSIAgIULSEeNd” Lanads
U113 X-ray Powder Diffraction \flumadafililumsiinsgilassaiisweman msdnBesfves
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sludsnmnin woedein Wnelivndnnsdsnuuvessdiend dadunduusimdnlifihfifang
g12ndu 0.01 f1 10 wiluwes WedSdiendnsgnuiuinguiooyninaziianisvinmuesisdasiou
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Transform Infrared Spectroscopy : FT-IR)?%?!

gﬂﬁl.S FT-IR Spectrometer?
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\JuieIesfleflddmivitansimmyfladturesansuszneudunidviesiiunid aunsa
Ansgiioglivie vosuds vouna wazfelagordendnnisvesnisgandunduisddaanag
Junssn (Middle infrared region) Uszanas 400-4000 cm! 1ileluanadsnanifinnisganduuas IR
warfinisidsuulasailungdag (Dipole moment) asluana aniuiaTesiioasTadinandy
waraAILAnTeRNEIAAYL (Wave numben) MiluaunasufiSenin “Interferogram” dsluusiaz
WUﬁzﬂaﬂ%yjﬁﬂﬁﬁﬁu%sLLamﬁ’lﬂ%’]ﬂJﬂ’]’JﬂgmawwﬁLLG]ﬂG]I’Nﬁu 917 C=0 fUszanad 1800 cm™t, O-H
stretching very board 7 3300-2840 cm !, N-H stretching ~3500-3300 cm™*, -C=C- stretching
~1667-1613 cm’}, C-H stretching ~3000-2840 cm™ 1Hugu
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m%i carboxylate 3znUAiAU8Y C=0 vibration WAY8Y dicarboxylate (O-C-O vibrations) kagNAUDS

Cr-0 vibration 5989w unAvad Fe-O vibration
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O +H » HO :

s Red
2HO ' » HO +0 v ~L
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+ -
O + 2H + 3e » OH + OH (h* = hole)
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HO,” 53 azndnlalasulaseanles (H,0,) wareandiay &9 H,0, @1uNs5asudannsauanNLau
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mathvieangleseenludisinea wasnangluilulansendaisineals dau lensendaisineasia

AnNUAse3andu Feanunsadesaaigansusenoudunidluinlauiy wagkdninananngain

v I

Msdavaanyasusenaudunsgluinme asvaulneanlonasii fasun 1.7

Y



2.1 s1ensiAsasiianazaunsal

gunsalnldlunisduasizn

WSeeEEns 4 s
wSadliaudeunazauaIsazaty
(Hotplate stirrer)

Jueth

1389 XRD

\38d FT-IR

|89 SEM

\A389 UV-Vis

2.2 5791587150

d' = g v
H1519N2.1 LLa@NT]EJa%L@EJ@a'ﬁLﬂ@JVﬂGU

unii 2

N1INNaDI

nseUen Teflon UsuIns 150 mL
VIAAUNAL U 100-mL
ADULAULTDS

Water bath

wiesluilines

naedlnlalaiugs

NILANNTDI

§%a Mettler Toledo 31 Classic

890 Jenway: 14 1000

840 Yamano 3u Sp-1200

a v

898 Rigaku 34 Dmax 2000 Ultima*
f% Thermo Scientifc 3U Nicolet 6700
898 Jeol Ju Jsm it 100

Sve Agilent Fu HP 8453

813 fivie gasluiana wnaluiang
(g/mol)
Chromium (Ill) nitrate nonahydrate HIMEDIA Cr(NO3)5 » 9H,O 400.15
Iron (Ill) nitrate nonahydrate UNIVAR Fe(NO3); » 9H,0 404.00
Terephthalic acid ALDRICH CgHgO4 166.13
Acetic acid EMSURE CH;COOH 60.05
Ethanol EMSURE C,HsOH 46.07
Methylene blue - Ci6H18CINSS 319.85
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2.3 N15awATITIE1SUSENaUINT aRasN1ANSULISA

2.3.1 M3d4ATIZA MIL-101(Cr) #2875 hydrothermal

T3 Cr(NOs)s » 9H,0 1.58 n3U Waz terephthalic acid 0.66'n3u azawansluininesnieuii DI
USunms 10 Haddns Lhunsnes®iin 0.227 Jaaans wag sonicated WwIa1 10 Uil naaanntiuL

arsazangldaslunszuan teflon lined autoclave hazi@nya DI auySuessaudu 30 faddns 1y

£%
a

Wgeufigamgd 200 °C Wuian 7 93lue Wemsuiuuanailiiieenaindeuuasnelmoud

a v Y 7 Any v v H ° Y v A A a o
RN ‘Via\‘]f\ﬂﬂUUﬂﬁaﬂaqiva@ 8190381 DI LLaguqu‘lJ@‘ULLV\‘]‘U']@J@UWQEUV‘QN 50 °C

2.3.2 M3duAs1zi Fe(lll) doped MIL-101(Cr) %38 MIL-101(Cr,Fe) #7835 hydrothermal

yhnsdanssiduieIfunsdanse MIL-101(Cr) anviu 25 %wt was Cr axgnunudilag
Fe #ail 99 Cr(NOy)s » 9H,0 1.18 03 terephthalic acid 0.66 N34 Wag Fe(NOs);+ 9H,0 0.37 Ny

azaeasiutninasmetn DI Usues 10 Naddns hunsnazdnn 0.227 Uadans waz sonicated 1ou

[
0 [

181 10 w1 nasanduiaisazatgldaslunszuen teflon lined autoclave wagifui DI 3u
Usuassautu 30 3addns Wildidrgeuiigamgll 200 °C Wuan 7 9alus Wispsuivuaiiatlii
sandngeuasitbiliuigaumaiivies waantunsesasild deieii DI waziluauwisdiufui

gaunnil 50 °C

2.3.3 N3¥1 MIL-101(Cr) wae MIL-101(Cr;Fe) THu3qu3 (Purification) #ae383nand

a

11 MIL-101(Cr) Pdaasiznilaldvannunay iuenues 40 Taddns yinssndndiigamgl

Y

60 °C 1uan 5 17134 HaATUMINUALIATHAIINTBIANITAIENITNTDISDULAZANAELENIUDAS DU

wazthlouwiadupungamgil 50 °C

2.4 Fmsigadiendnualvesdsusznauuiiaeasnidansuiisa

2.4.1 wAlla XRD

A A o o o A o o v Aa I o a
L‘W@EJ‘L!EJ‘LIL@ﬂaﬂﬂﬂﬁﬂiﬂﬁiqﬂ%aﬂﬁqiwaﬂLﬂi"l%ﬁl@ Iﬂﬂl‘ﬁﬂ7351Uﬂ7§W@a@ﬁWNLL‘WaQﬂ']Lu@

Cu-Kg 7 40 kV 30 mA Tagaanlgansinisawny 3 s9IfauIi kagdd 20 91 2-30 a9

2.4.2 wmada FT-IR

'3 0

v ldRaany NN durasansndunsizils tngdanlaluun ATR 929AU8NARUNALNY

Y Y

s 500-2900 ™

2.4.3 waila SEM

Wadudun1snszanedi Cr uay Fe Tuayniavasasidunszila tagldluum mapping 910

nsldmatlan SEM 2ufU EDX (Energy Dispersive X-ray spectroscopy)
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aaa 14

2.5 35n15AnwrandinisiseufiTenqraues (photocatalysis) ¥99 MIL-101(Cr) waz MIL-
101(Cr,Fe)

WIBNAITAEANELUTIAY Ug AMUNTY 5 ppm U3u1es 20 addns ludnines 11815757
Fupswild (MIL-101(Cr) e MIL-101(Cr,Fe)) Tdludnined waznuisliluauila (Dark) W 1
Falus WivansazarweenuUszana 5 fiadans wazaindnnesifuniuaisazatssslu Tnednisans
was UV wae Visible @unan 2 9l iivdisazasesninyszaial 5 adans iwuiuseidosdn
Wunan 3 lus iivansazaneeenuitsyana 5 fadans diaisazatowdidu uga1nnmaans

vanuanuliluasiataauduvesdiuiiauy ug Meweila UV-Vis spectroscopy. sialy

2.6 F/NINTINIaMsHaNEvaLNaN Ug Ademalla UV-Vis spectroscopy

¥ calibration curve @138ABUIATFINTILIY 5 ALY WaTazagwiaY Ug 31nN1s
gj a2 i3 o = XY 1 aa %’ < [
noaasiateiuliannde2.5 uieandlaglidnsndiuvesansavaiewnauy ug : 1 W 11 uagdn
A" absorbance 91 A, = 664 uluwns mearrnududurenuiiauy ug 310 calibration curve uag

A1 absorbance N3 la

2.7 35n115052990A1 band gap lagldinaiia DR UV-Vis spectroscopy

1019501177 band gap lAlagn15n 51970 AN reflectance (F(R) Aaginaila DR UV-Vis

V2 | asndonns niisenin

spectroscopy %ﬂ%ﬁmaﬁuﬁw 0-1 shandillumunaluaunis FR*hV)
Tauc plot Fandonsznins (FR*hV)Y2 wag hv Inga1n Tauc plot ilearniduludasiifiananudu

¥ PN U Yo
WWuRsINYign o adauny X 3glar1vee band gap



Una 3

NANIINAADIALDAUIIINANITNAADY

3.1. nsdaATIzvikaznIsiigadiandnual MIL-101(Cr) wag MIL-101(Cr,Fe)

nsduaTed MIL-101 mydndesld criduitugnulunisdaesest Sainsduasegvides
hydrothermal usidlevnnsunuiigaelaveisu Fddumiasedleld ironin Wushumud vnlians
Tu MIL-101 41uau 2 wiinfle Cr waw Fe Tulassadh Gwmailldmsmeniniu definsanainguiis.1
(a) uaz3Uii3.1 (b) awudiutn AvesndAndueifidnameildduiinimnddsuivadluaniy Tas MIL-

101(Cr) Fadussaniiuazlvadiden dau MIL-101(Cr.Fe) agl#aim

@)

(b)

SUM3.1 (2) n@nfaust MIL-101(Cr) waz (b) WAt MIL-101(Cr,Fe)
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3.1.1 nsigatlienanualvas MIL-101(Cr) uae MIL-101 (Cr,Fe) Aaewnaila X-Ray Diffraction
(XRD)

PINLNNLASU XRD 2849 (a) MIL-101(Cr) ﬂ'aumsﬁﬂﬁﬁqw%‘, (c) MIL-101(Cr,Fe) naunsyinbi
U3avs uag (d) MIL-101(Cr,Fe) dansviiliuianssmedsinanddiuu 1 s f3ufi3.2 (8) awifiui
wufinvedansteTueed 20 wintu 3.31°,3.97°, 5.18°, 5.91°,9.07, 10.34°, 16.92°, 17.28°, 17.40°,

19.55°, 25.23° iay 28.00° #1NA16U LLazLﬁaLﬂauﬁugﬂ&Z (A) ﬁmamuwmﬁ%u XRD 84

A da o = v o

terephthalic acid QenUITAT 20 Wiy 17.40°, 25.23° kay 28.00° Wiufiadddnwusiigatun

o (%

WWVILASU XRD 984 terephthalic acid 3sausadudulaindsiovulunifsanssfesu terephthalic
acid

v linandueiusgnsaieisinandauiamdudnisdumeludagus.2 (8) (b) uas (e)

WSsuieuiulnassneds?’ va9 MIL-101(Cr) F9illassasraduuu@atn (cubic structure) azwuqn

MIL-101(Cr) wag MIL-101(Cr,Fe) Nduasizilatudiaiilasiadimdnwuuideaiued wandlmiiui

o A o

Asunuit Iron(i) i luiuldlevinlilasiadandnvesansiaeuly Faasnuind i@y fisunie 20
winfu 3.31°, 3.97°, 5.18°, 5.91°, 9.07, 10.34°, 16.92°, 17.28" iav 19.55° A1uasu deeniilaifu
aenAaBIiusEUIu(0°0 1),(0 0.4),(1 3 3), (1 35),(1 9 5),(2.210), (4 4 16), (10 10 10) uag

L (3 ¥

(8 8 16) MuaIAU 9@ U508UTULAI1 FTNsdwATIEH MIL-101(Cr) wag MIL-101(Cr,Fe) manishy

[
3 0y [ 3 [

YAIUNTOFUATIZIRNAN D UNTNT AL

a

7% hydrothermal 5aAUN1S AU @NEA1838A15TWE NG

9

U3gmislaogaiussdnsnin

25000 17.40°
20000
> 15000
@
c
a
t
— 10000
28.00°
5000
J 25.23°
o L A
0 5 10 15 20 25 30
(A) 26

JU713.2 (A) unniisu XRD ¥@4 terephthalic acid


http://particle.dk/methods-analytical-laboratory/xrd-analysis/

Intensity

(8)

«(011)
+(004)
+(133)
3
9
+(2210)
+(4416)
+(10 10 10)
--4(8816)

0

28

SU3.2 (B) Uwwiiisu XRD 8¢ MIL-101(Cr) wag MIL-101(Cr Fe) Aaunazmndanisvi

THU3avsieIBIWaNE () MIL-101(Cn), (b) MIL-101(Cr) n&s3vdnd, () MIL-101(Cr,Fe),

(d) MIL-101(Cr,Fe) #&s3ndnd 1 ads uag (e) MIL-101(Cr Fe) nas3nand 2 ads

14
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3.1.2 A1sNgaNLaNANYAIYaS MIL-101(Cr) wag MIL-101(Cr,Fe) aewmaila Fourier Transform

Infrared Spectroscopy

nsiigatilenanuaives MIL-101(Cr) uag MIL-101(Cr,Fe) smewmalla Fourier transform

infrared spectroscopy iﬁmaﬁﬂgﬂ‘ﬁ'&?}

NndunsusnAUnAFIYes MIL-101(Cr) uandlnaguiia.3 (a) wuflalutasszanas 1400-1650
e Fauana carboxylate groups Wnefiadigunds 1621 ¢m iWlufinves C=0 vibration wasfind
funts 1393 e lufinved dicarboxylate (O-C-O vibrations) wazazwufiafi 583 cm* Fadudin

9949 Cr-0 vibration Tu MIL-101(Cr) framework

NDUNSUSAFLUNASUVBS MIL-101(Cr,Fe) LLamImEJgiJ%B (b) WuRieddnwauzAa 18U
MIL-101(Cr) TngTuvasuszanas 1400-1600 cm? Fauanany] carboxylate agwufinues C=O vibration
figumie 1617 cm! waznuinvas dicarboxylate (O-C-O vibrations) figuwiia 1393 cm?! was
wananaznuiindl 585 crn ! Faudufinres Cr-O vibration T MIL-101(Cr) framework w&3 Sanufia

Y]

994 Fe-O vibration N61u%U9 546 cm™ @915199199991097U3 38N UNT ¢ AznUNTlANNEAAR DY

v W

fuunailiaindunsisaanasudigu3s.3 () Jadunsiigadiindadunfiladl Fe sauegluy MIL-

101(Cr) framework a7¢

(a)

100+

% Transmittance
1621.26

1392.82
583.28

Y% Transmittance

1617.45

585.1

1392.8

L L e L B e B
2800 2600 2400 2200 2000 1800 1600 1400 1200 1000 800 600

Wavenumbers (cm-1)

54572

U133 (2) Buriisnainaiiues MIL-101(Cr) uaz (b) Bunssaainaiuves MIL-101(Cr,Fe)
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3.1.3 N3N gaULanan¥alvas MIL-101(Cr) uaz MIL-101(Cr,Fe) deimaila Scanning Electron

Microscopy (SEM)

Wlen MIL-101(Cn) wae MIL-101(CrFe) lusinisfigatiiondnuaidiomaia scanning
electron microscopy 3o SEM Tulusia mapping iiesdunstudunisnssatesives Fe waz Cr u
NS mﬂgﬂﬁ&cl (a) FaTunIn SEM 83 MIL-101(Cr) asuiudn ey mapping ANULNES (b)
chromium mapping LLasmmgUﬁ&d (©) Fardunin SEM 999 MIL-101(Cr,Fe) uananazny (d)
chromium mapping LutRBaU MIL-101(Cr) Wa2EIWY Iron mapping éfw,amgﬂﬁ?).ﬂf (e) Bediordu
msBusuBnindsimandamidivhmsdansesilaenisuul ron(l) ¥l Fe way Cr nsvarseaglumn

DUNIATI

gﬂﬁ&d (@) MW SEM w83 MIL-101(Cr), (b) Chromium mapping,

(c) 7 SEM @83 MIL-101(Cr,Fe), (d) Chromium mapping, (e) Iron mapping



17

3.2 M3AN¥ANURNISISIUGNTEI98UEUBY MIL-101(Cr) wag MIL-101(Cr,Fe)

3.2.1 MIAA8YDIUTIAU U

Y

n1snegaunisissuisenlaslduas Tngluneuusnuaeeliujisenialuiiia Wunan 1
s LiednmuAaIneRouNinaINMIRATUTeIEs windsiluaeuas UV-Vis detfloaduiian 2
FI9 hazaneuaieIuaATU 5 il wedunadniuasuuladluresansazatewiiau ug fgmaila

UV-Vis spectroscopy firue1IAaY 664 WIlung ﬁdgﬂﬁ&S

UV-Vis UV-Vis

Dark 2 hr 5hr

UV-Vis UV-Vis
2hr 5 hr

= =

Dark

(b)

SUT3.5 (a) Aveauiiian ug (1nnnsveaedild MIL-101(Cr) uas

(b) Avesuiiiau g (NN3NAaBATLY MIL-101(Cr,Fe))

Fan1snsaadeulagldnaiin UV-Vis spectroscopy Snlufiaz@oayin calibration curve tiield
Tudiadnss Fsanududuvesudidu ug 4 calibration curve 48andu 0.5000, 1.500,
2.500, 3.500 wag 4.500 ppm lagliiA absorbance f9n1519913.1 wagiilouuyin calibration curve

9lanadsguii3.6 deayldmnsidunsafie y = 0.2012x - 0.0088 wagild1 R = 0.9986
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1593, 1 kARIANNFURUTTEMINANUTNTUYBUNTAY Ug (ppm) WagAn absorbance 1AINETIAGY

664 UNLULUAT

ANUIUTUYRUUNEY Ug (ppm) | Absorbance (A, = 664 nm)
0.5000 0.09581
1.500 0.2979
2.500 0.4865
3.500 0.6797
4.500 0.9109
1.0000
0.9000 .
y =0.2012x-0.0088 -
0.8000 R-0.9986 .
, 07000 =
2 06000 _
g 0.5000 '
3 04000
=
03000 .
0.2000 5 !
0.1000 o
0.0000
0.000 1.000 2.000 3.000 4.000 5.000
Concentration (ppm)

a

SUT13.6 calibration curve Yeainiian ug Ainitartu 0.5000, 1.500, 2.500, 3.500 wa 4.500 ppm

NNINRaes MIL-101(Cr) lufisinindn absorbance I 0.5305 uagthfildunuadiuaunis
Eunse y = 0.2012x — 0.0088 Aglien x = 2.680 ppm dvhilvarauiduduiiuriase ewwinvnng
Fovwasazanely 1:1 fodu Araududuiiuiasssadidnidu 5.360 ppm dadumilliifieundaain
mMsanouasievesidudnuiduvesdiufiu ug fianad wagannsnAass MIL-101(Cr) fivihnns
aewas UV-Vis duiian 2 421as A1 absorbance #3nldAe 0.5077 Fadlotiluduanmauidudu
Widgatumsiiiianuie agldaanududusiiiu 5,134 ppm drun1sneass MIL-101(Cr) Fivh
AsRT8uas UV-Vis 18uiaan 5 42lus SA1 absorbance Aaldde 0.3714 1dA1anududuimindu
3.780 ppm ANUIIAIAIUTUIUTDUNATY UQ fvnisaneuas UV-Vis 1uial 2 $aluauas 5

Flad AP LanasRaly 4.216% way 29.48% MINAINU AINIS19N13.2

NNSNAABT MIL-101(Cr,Fe) Fsvinsnaasdlaglyisiiudelnuiunisneass MIL-101(Cr)

Tnefiauiininen absorbance ¢ 0.5080 waviAiilgunuaduaunsidunse y = 0.2012x — 0.0088
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WuRefunsnaaes MIL-101(Cr) agléian x = 2.568 ppm SAnananduduiiniadedie 5.136 ppm &4
Huefildifieundsanmnsuasiieniesidudmnduvesdiufiay ug fanas uazainnismaass
MIL-101(Cr,Fe) fivhn1saneuas UV-Vis iuiaan 2 42las A1 absorbance #9aldfe 0.4871 waziile
lumwmamenududuguiefunisiiianuiie wgldaiamududurintu 4.930 ppm waznis
NAaBY MIL-101(Cr,Fe) fivhnisanawas UV-Vis Wuwa 5 2lus fian absorbance 7iinléde 0.4476
AINAIA NN ULALINAY 4.536 ppm A¥NUIIAIALTNTUIBLUNEY Ug fivhnsaneuas UV-
Vis Wunian 2 Filusuaz 5 9alus fenpainduanasfinilu 6.011% wag 11.68% auadyu famnsnsdl

3.2

INAITNAABDINIFDINUIT MIL-101(Cr,Fe) Tnan1snnassniussansainsinin MIL-101(Cr)

Tng MIL-101(Cr,Fe) Tfadasidudanududvesiuiidu vg fanas doondn MIL-101(Cr) Andu

Y ]

17.80% wansliiiuinawidedlivssauanudisalunisiinisssufisensisuas (photocatalysis)

awnn il MIL-101(Cr,Fe) HUsganSAmNAINIU1U19U1910 Y99V band gap 1N11911NTY
AN LpaaInnisiaunaloauuln (cation) 81391 biA1vawaUnIsEIbNHN (conduction band) &

A9 Fea9wed band sap MUAsulUannsadudulamenisyh Tauc plot Aawandluiade 3.2.2

F15NN3.2 bEASAIANITNTLYRINTIEY Ug Inewmatin UV-Vis spectroscopy lun1s@ineinisiseujisen

PBLLES
% 9
45 | 32U787 | Absorbance A7 x Concentration Y
813 waenly | ALY
(@Na9) | (A0 = 664 NM) (ppm) (ppm)
anas
Dark 1 0.5305 2.680 5.360
MIL-101(Cr)
UV-Vis 2 0.5077 2.567 5.134 4.216%
(dilute 1:1)
UV-Vis 5 0.3714 1.890 3.780 29.48%
Dark 1 0.5080 2.568 5.136
MIL-101(Cr,Fe)
UV-Vis 2 0.4871 2.465 4.930 4.011%
(dilute 1:1)
UV-Vis 5 0.4476 2.268 4.536 11.68%

*PINLLNG AIRINUARINLAZBDUTDY concentration MAATUDIAAAIINTUNBUNIS dilute @rsazarelu

MInTINATERY A laeenunuudaA1AY 5 ppm
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3.2.2 nsngaiendnealvas MIL-101(Cr) uag MIL-101(Cr,Fe) daeinaila Diffuse Reflectance

UV-Vis spectroscopy (DR UV-Vis spectroscopy)

!

*
*
*
&
* /
*
#

S . °/ MIL-101(Cr,Fe)
= ° MIL-101(Cr) /

o

=

L. " _____f-p"’m /

o T —— ¥ T

3 313233343536373839 4 41424344454647 48459 5

~377ev hV(eV) ~3388ev

gﬂﬁ&? Tauc plot @%5un131IA1 band gap U89 MIL-101(Cr) Lag MIL-101(Cr,Fe)

Tnensldimatin DR UV-Vis spectroscopy

Tauc plot 1WunilaluisluniswiAn band-gap lneann Tauc plot Wearntdulugasniinany
Jwdunsanniign s gadauwny X asdudiues band gap 1nea1ngun3.7 wduves MIL-101(Cr) 92

windleannd@uazlian band gap Usyana 3.77 eV @ulduaes MIL-101(Cr,Fe) Finainnisunuil

(72
= 4 v

Iron(Ill) a<lulsirn band gap NflFngandnay nanbatdsgudulainaunanilinanlaainnisia

[ [ ¥
= Y =1

photocatalysis fagaadumnszdas band gap 1319740 felu uddetisiagUsvauanudisa

aaa 1%

Tun1sanulasdassufisennionisunuilans Fe aslulasaasisves MIL-101(Cr) waliUszay

anudnsalundveansiaundussufisediouas



uni 4

dyUNaNIINAAaDY

4.1 ayunan1innaey

L 3

MUITedlAvInITFLASIER MIL-101(Cr) 1nelg35 hydrothermal Lagyinn1sunuilany

a L

laswlay Inedenldlaneifiuszqieaiudu Chromium(ill) Fad@e ron(lll) savedadusaunsuddu

9

Y

Meglndiuuazivualndifesiuann ngaglaansfe MIL-101(Cr,Fe) MIduasIeyt MIL-101(Cr) way

=N

MIL-101(Cr,Fe) 1ae35 hydrothermal Tindnsuanyidsisuums terephthalic acid Aduansaadui
LiinuAsen lnganansamdnsentalagnssnandaaieniuea wagvinnisiigatiendnuallagly
watlalengsdnnanasfnunsndy inataliseinsudnesudunsisaaalasalat wagnislindes
anssriBiannseunvudoensialulyun mapping Levhmstudufiuid

ot MIL-101(Cr) wag MIL-101(Cr Fe) Tunadeunisissuitensenas Tasasiainnuidy

al

duosuiidu ug Mmewadegiiddaaninsadlnd wasinsiigadiendnwallagldinedadnidsnan
uwnud giaunlnsalnliileguisanuniieves band gap Inensvh Tauc plot uaznsAnwiant@ng
3eUfiserssnawilagnsaansveamfiau ug Mudsuluvdsnisateias UV-Vis wuin MIL-101(Cr)
fusgansnnlun1saansveuuiau ug 11nn31 MIL-101 (Cr,Fe) AanARBIUYaIINIvaITeAUNEIaY

[

ARLTUL D UN UM AL UL AN

4.2 YDLAUDLUL

Wagurlinvedanglunsunuilasteuniieudang 9 lnaydia1ves band sap anas
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Merephtalic acid.raw] Terophtalic acid -hap |
SCAN: 2.0/60.0/0.02/0.4(sec), Cu(40kV,30mA), I(max)=23778, 03/02/18 10:51

=
@
@
=
L |
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PEAK: 23-pts/Parabolic Filter, Threshold=3.0, Cutoff=0.1%, BG=3/1.0, Peak-Top=Summit

NOTE: Intensity = Counts, 2T(0)=0.0(deg), Wavelength to Compute d-Spacing = 1.54056A (Cu/K-alpha1)
# | 2Theta  d(A) BG Height Height%  Area Area% FWHM XS(h)

1 | 12.162 7.2714 27 60 0‘3_ 898 03 0254 341

2| 13893 63600 33 44 0.2 481 02 0186 511

3| 17400 50924 56 23722 1000 257542 1000 01485 518
4 24503 36209 45 191 08 3331 13 0296 291
5 25219 35284 82 2002 84 30768 120 0262 337
6 27009 31841 92 7002 295 01781 356 0223 411
7. 20641 30113 81 339 14 4256 17 0213 436
8| 31820 28099 63 385 16 4646 18 0205 461
9| 32641 27411 B8 165 07 2060 08 0212 442
10| 33380 26821 64 271 11 3206 13 0207 458
11] 35198 25476 55 1603 68 19991 78 0212 446
12! 36677 24482 65 91 04 1582 . 06 0206 301

13 37432 24005 78 64 03 1235 05 0328 268
1438202 23530 70 243 10 3036 12 0212 449
15 30582 22750 73 889 37 12270 48 0235 308
16| 41080 21964 78 393 17 6460 25 0280 325
17| 42743 21138 58 115 05 1789 07 0264 348
18 44300 20430 46 52 02 1534 0B 0502 175
19 47636 19074 62 03 04 1000 04 0183 567
20 48400 18791 72 119 05 1674 06 0239 401
‘21! 50608 17992 86 141 06 2212 09 0267 356
22 51599 17609 79 68 03 1169 05 0202 321
23| 52425 17439 70 54 02 1321 05 0416 219
24| 53902 16995 50 67 03 1433 06 0364 255 ;
26| 55220 16620 53 59 02 1166 05 0336 280 |
26 57.801 15938 53 142 06 3928 15 0470 197

30
Two-Theta (deg)

v
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| syn 191260 reflux 251260.raw] Syn 191260 reflux 2 -hap
SCAN: 2. 01’30 0!0 02/0 6(sec) Cu(40kv GDmA) I(max)~2833 12/29/1 T 10 10
‘PEAK 23-plslParabol|c FIHEF Threshold 30 Culoff-O 1%,

a XRD voINanA 9 MIL-101(Cr) aame389 XRD 8%

L # ] 2 The(ai
1 2778
2‘ 3.260
3| 3938
4 4839
5 5120
6 5838
7. 7079
B ‘ 8.382
9! 9.002
10 9.858
11, 10.299
12| 11.280
13 11657
14| 15498
15| 16.498
18 17.257
17, 17.900
1'9_‘ 18.860
i 22.735
20 23697
[21| 24421
22 24.760
23 25697
__24‘\ 26.331

31.7736
27.0792
22.4215
18.2477
17.2463
15.1252
12.4772
10.5402
9.8158
8.9649
8.56818
7.8519
7.5852
57129
5.3688
5.1342
49513
4.7014
3.9080
3.7516
36419
3.5928
3.4638
3.3819

2 BG HEIth He

396 2437
326 1720
360 401
286 552
130 1082
11 327
17 852
160 1439
181 2088
90 255
80 380
79 1A
51 73
70 40
105 360
125 43
112 158
85 107
67 37
8 47
81 75
92 82
73 88
0 32

%

1000

706
185
227
436
13.4
21
59.0
85.7
105
156
54
30
16
14.8
18
6.5
44
15
19
34
34
28
13

BG-3/1 0, Peak Top—Summlt
NOTE: Intensity = Counts 2T(0)=0.0(deg), Waverength to Cnmpute d-Spacing = 1.54056A (CulK-alpha1)

Area 'Area"%

54853

33008

3065
8912
18280
4793
303
33098
35036
8401
5678
2523
1179
244
5447
628
1922

2269

467
254
3303
2026
935

100.0

618

56
16.2
33.3

8.7

06
60.3
63.9
15.3
104
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| Peak Search Report

FWHM.  XS(A)
0383 215 5
0.335 248
0130 958 |
0.274  3M ;
0293 289 |
0249 349 ‘
0.099 >1000 |
0.391 211 i

‘0285 208 ‘
0560 145 :
0.254 342 |
0.327 256 |
0275 312
0.104 >1000 |
0.257 339 |
0.248 354
0207 444 |
0360 233 1
0215 427 )
0.092 >1000 |
0748 110 |
0420 199 ]
0.234 386
0.298 291
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Two-Theta (deg)
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[fFe(uT)' doped MIL-101 éyﬁémﬁ reflux 1'7_0'161Teflu;2901's_1"raﬁ Fe(
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.| Peak Search Report |

- — —_

‘PEAK 23 plslParabollc Fllter Threshold 3.0, Cutoﬂ—o 1% BG—3I1 0 Peak Top-Sumrmt |

f"‘ 2Theta

1 2836
2 3318

3, 3963

|4 4,355
' 5 4896
I 6 5.179
7 ‘ 5.621
‘ 8 5.892
9| 7118

10! 8458

‘11; 9.080
12| 9763
[_13_ 10.358
‘14_1 11.283
(15| 12.260
|1s 16.560
17| 17.995
118! 18.861
19, 22.821

20 \ 24,837
21 25741
22‘ 27.079
23! 28.106
28.757

.24i

: d(A)
31.1299

B Helghl Hei

26,6073

22.2761

202727

18.0357
17.0502
15.7085
14,9867
12,4087
10.4453
9.7313
9.0519
8.5330
7.8358
7.2131
5.3487
4.9254
4.7012
3.8935
3.5819
3.4581
3.2902
3.1623
3.1019

88

142 1109
130 499
136 163
123 48
116 274
47 437
7% 9
47 114
55 42
81 731
111 1036
80 107
62 234
43 82
£30 23
29 250
52 83
41
38 25
58 35
45 43
46 33
47 44
45 33

A et

4_ W

7.9

Area"'Ar"éa% FWHM. XS(A)

21238
11286

1234

448
3042
5350

891
812
366

11466

13520
1552
2620
1002

100
3414

1160
167
882
646
540
583
305

100.0
53.1
5.8
21
14.3
252
42
3.8
17
54.0
63.7
7.3
12.3
4.7
05
16.1
4.0
5.5
0.8
4.2
3.0
25
27
14

0.326
0.384
0.129
0.159
0.189
0.208
0.166
0.121
0.148
0.267
0.222
0.247
0.190
0.208
0.074
0.232
0.175
0.224

0.114

0.428
0.255

0.278
0.225
0.157

256

214 ‘

981
645

497 |
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