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Abstract

TiO; and Fe;03 were extracted from ilmenite using a HCI treating method, in which the conversion
ratio of ilmenite was ~97% and the yields of TiO; and Fe,03 were respectively ~ 53% and ~80%.
With the prepared Fe;03 as the precursor, we synthesized the magnetic core of Fe;0,@SiO2, and fur-
ther fabricated the magnetically separable Fe;0,@Si0.@ titania nanosheets (TNSs) composite by
using the two-dimensional TNSs from the solid reaction and the followed soft-chemistry exfolia-
tion. This composite exhibited superior photocatalytic performance with the H,0; assistance un-
der visible light or sun light irradiation, and its rate constant for degradation of Rhodamine B was
respectively 14.5 and 20.4 times higher than those of Degussa P25 TiO; and Fe304/N-TiO, samples.
Moreover, in comparison to the recycling difficulty of P25 TiO2, the prepared Fe;0,@SiO.@TNSs
composite could be easily recovered by the external magnet. This composite also exhibited the
excellent stability and reusability, and after 5 successive cycles the dye molecules still could be
decomposed.
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PASKERA AR, IR IRE HER I T R EHARNENS, BHEREIX~97%, EHEMEN
BRI HIA~53%F1~80% .. FUAEMEATEEE B T Fe;0.@Si0Mit%, B A A R AL ER
BHIE T ZBREMRGK H (TNSS) B, FHt— 518 T TR B HFe;0,@Si0.@TNSsE &1kt LA
] AT R IEIR, BALFIZEH0 B TR RAIEN:, KEERMBHERE RS FREBE
H4kP25 L B2 Fes04/N-TiO 6 AL 114.5/5 120.44% . H4h, T P2590KE kM LER, &
B ffIFe;0,@Si0.@TNSsHE AL T LESMEZ Ve F T SE Ol P B fie . EALRIRILH AR AR I 78 ME RIS 3R 1,
HREZMHETRE L E R EE I .
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1. 5|8

H M 1972 4 Fujishima 1 Honda 1 | TiO, AR F/K PG AR 1], EAERY: SRS EIRE
AL I il A S 80 AL BE AR WIS G JEfEALIE R CO, LA AEAAT B S 55 40T 1) 2 FH I 5
TR Z B S G [2] [3] [4]. ARTT, HH TR AR TEE(Eg = 3.2 eV), I3 S ER IR AL FFIXT K
FEOLRIRI I RA R . BhAh, SRR -2 7O (e -h Y B &7 H, SRS TR, #imh
AR I BURLR S SR AR D A B T3 BB AR RS, nTE SRR TR G E. HYK
FOT AR G DAL AR IR 43 B R B 2 A5 A A ok 17 1) Rt

R RS E BT W2 —, EES N FeTiO;, AREMREFEE. ARG NER, 7
B A Nk, IR DL AT SRR G AT 70 B8 IR AR BR B G0 A ) o Wt 4Kkl S B e A B R
T (TiO,@Fe;04) FIZE 4 1, HAMERL T 2278 55 A3 E AR R B VEAL, S BOGHAMEREFR. 11 H 73802
] % ) FesO4 F ik /N S80S 7 B PR BEANE o T Fe;04@Ti0, 4544 R BE 7840 5% 75 TiO, IFTH , {2 Fe;0,
ST TiO, 134, HANE & T Tio, T, FUAMUA G 8 7 1 5, 1M 2B Tio,
A T RIS B EAE SR RE FT, BN e A BIR T I E & R0 [5] [6]. B TERIZ 5 AR 2 M5 N— 2
P 1 S8 A ek T AR ALK R e AR SRR T I AR SR RS, [ A SR 7R BR T R B R R REAZ [6] [7] (8]
[9].

BT AR SR BRI [ A SR A R, M DA REAZ AT AL . DR BRATT A LA D S Rk I AH A 2
RERIREL, il b 2 R B I8 42 ) % — 4E AL R 9K B IR A4 (titania nanosheets, TNSs), Bl & i 235415
4 L Fe;0,@Si0,@TNSs A A7 —4E TNSs S5 E e b A BA W F A [10]-[15]: KREIHERTH
FART USRI BE 2 (TS PR s A RUR F-07 T 3R T BT R, R 6 A 0IA 7 9 BRI R H R AR AT,
A SO AR T AE BT O R A28, TNSs Ry f g, nf 57 ik s i AR Fh 45 & Wi A
IR AR, BRI . ARIMEKH %75 TNSs AR A, M BRI T Hxd R BH Y6 A
A

H,0, TENEMEA I Bh5R, wlHfsk S BB AE R, AR R TF 5 NME AR, H5IkFA
i, H,O, TER 3R FLF 5 TR B A S A A B 28 H (< OH) [16] [17]. Bk4h, 7E H,O, FIPER T, %



LR R W 1E15-O0H F ], HA WM A AR T E, MNmseBlnl WXEmIN[18] [19] [20]. FATULH
LGSR 1] B(RhB)/E AR5 4e8, PLA] WG DL R RKBH G N TR, 25 858 SRR R A Ah 15 14 AR [a]
W B PR .

2. K08
2.1. ASAEA 9 E TiO, # Fe,0;

BB BOIRBUR FH 2RI [21], BRI R BREX 10 g £kEkH JEELT 100 mL NaOH (2 mol-L ™)
W, IFAGEWE 15 min, FEAHEEEEOSBEARIE A B EPER, EEEHEETKRE
VeI, 338 5ER ALO,; Al Si0, BT . FREL 2.0 g bR 25 4% 03 1 22 € [l 44 T 250 mL [
IO 50 mL W ERFR (R LL 1:25). E 80°C N EIVifi+H: 8 h, HRIAFEAEMBIFAR. IKMER
250 mL JE /38| B L B0 B R A . B R ER R, HEE R BE et
JEWINA— € & 1) EDTA-2Na &85 1, )5 FHZUKKER pH A Z~1, JE7E 110°C/KfE 1 h, 5313
BRIFHR. BO0E, FrREASERHIR. EBFRZSREFER A MR, 42 400CHBE2h
JE 53] TiO, ¥k, B0 FTfF LB RS ZOK AT pH 2 10 Jar A GByiE, SiE. k. 4. 400C
ke 2 /N JE 133 Fe,O5 FF il o

2.2. SRS ASREILT

BATUSZEAF B 1) TiO, NERRE, [EAHEH % 2R ER 3 140 5 MR IR B8 i 2 B IR 4 A 2 1 5
3 E 4 TNSs Ao FesO4 BEAZ NI A R FH 2 BRI 7220 RS RERZAE R MR 25 1F R AN A LA
MAEHRZ S EARZ MBI E, R ERER LB NREIR, TERIMZINELE— 2 Si0,. /el 2k T
26 TNSs U 2EAE Fe;0,@Si0, 4h, AL 73 B 1) Fe;0,@SiO,@TNSs H A i tbi. LUK & B il
(B 45 EE oA 10%) I AT 1 20 5 2 A8 #4677 Fes0,@Si0,@TNSs Nl : ¥ 0.05 g Fe;0,@Si0, & T 20 mL
FE TR E 10 mine ZRJEHIN 113 mL TNSs M54 gL ™), k4L 10 min. 2 HE4)E, @
RLORHREIN 0.1 mol- L™ $hERVAW, MBIk BaMZURYTIE. dhaiim, BEPURAHME. JES
10,000 ¥ 85.00 . BB TKEKZE . 60°CTJE 24 h 13 3] Fe;0,@Si0,@TNSs &4, 141 Fe;0,@Si0,
EEEMTFRRESE, FIEFESDHRICA Fe;0,@Si0,@TNSs-5% . Fe;04@SiO,@TNSs-10% Fll
Fe;0,@Si0,@TNSs-20%.

WATLAEEE 28 P25 SALEKRI Fes0,4 I E IS I 48 K F ALK (Fe;O/N-TiO) 1 bt LE b A4k 711 o
Fe;0,/N-TiO, & BT R = N-TiO, M HE SCHR i & 1 [ AH B+ 2C il %[ 23] Fe;O4 B i S yiie 77
TSI

2.3. RIE

FE i 1 45 0 b ZH G i X S 26755 (XRD, DX-2700X) RS,  hnid e A s 23 ) A 35 kV Al 25
Ao BEJMEA PR Rl B AR R - TR VE I E o BE S TR S I F 4 - R B (SEM, FEI Quanta
250 FEG)M %£3k15 . REil(EDX) 5 70 &K 7041 BI7E Oxford A w] X HHEREEAL i EHdE . HEMmrLEWS
HAC I L P SR B 5 B B AR (AS AP2020 W3R I B SO BEAT SRAE . WEAL R RS2 A I & R 4R
(PPMS, Quantum Design Model-9) [ R%4E .,
2.4. FeEAMEREIE

SRR R K BHOG AT A WGP, Herra] )WoG L 300 W KT (HSX-F300, Beijing NBet) IR, Fugik



FriE 2 420 nm DL R4, HERFKEL 100 mg #EALFIIIAZE] 100 mL 1.0 x 107> mol-L™" (R WLYE R ) 3k
2.0 x 107 mol-L™" CKFHYE NEIE) I RhB W« fEFF AR IR T, 383t 30 40 i 214 Rk a7 e i
T 5 LA o3 2 18] (0 PR AP ST 48 o B CE IR PR AR 48T 5, AR R 4% 0.1 mol- L™ I H,0,. IR
TG, BERE— g BN (R BORURE, 8IS AN 43 B REAL FRIORL . PR ASHE MK A Shimadzu UV-2450 43060
FETE SRRSO o 18 5 T 50 5 R ST K AR R BE AR A (A Ap) K13 B G B FE IR AE 40 (C/Co), T
R RSP R GRS 1 v

3. ZR5itie
3.1. AT IREN TiO, # Fe,0;

KRR PG, R 10U F~97% . FREUITIF EA B AL R R W 2 49 33 9 ~53% F1~80%
B 1 NS SRR LR ) XRD B3 . FrfS AT ST I65 nl 45 N BiERH™ TiO, (JCPDS No. 21-1272) 7%
BH™ 0-Fe,05 (JCPDS No. 80-2377)HHERTS o WA LB ATHTIEH I, RIFFTF =P ai BB, A 200

3.2. TNSs M#I& 5 RAE

2() N F A ERERER 5 LPT 1) XRD B, Fr A (AT ES il AR U AR B 2R ERR £ 40
[24], REIIO020)FTHIER I T IHA FHAIZRE . 16 Ey LPT MIZHIREAL, Tioq /\ T Aki@E i 3k
EHY R YEFHE, W, BES5EZ RIS ERE N . Gid L AR
BJE, BEIEER TNSs BAARE 2(b)#dE). E 2(b)~y TNSs [ TEM JEF . BE R %1, TNSs R f A
FALAT B ) T HEGOR G, A R BRI AOK B RCK R ) RsE . kg, Ax 2 R a i i BR
B TNSs A H AR, XM S ERAZ IS EIREE T TR,

3.3. Fe;0,@SiO,@TNSs E &I RIE

A PR R Sl FAR TR - JE K T V1S, Fe;04@Si0@TNSs-5%- Fe;04@Si0,@TNSs-10%
Fl Fe;0,@Si0,@TNSs-20%FF it 48 = VAT LI TS Fes O, “F3I B 841 AN 5.22%- 9.35%F1 18.33%, 5
SERRERELLBIARIT, R LT BT A 5k Fe;0,@Si0, Al TNSs #it N T E AW

Kl 3 & AR EHE XRD B . Fe;O,4 #F i B 32 75 48 Fe;04 (JCPDS No.75-0033) FIRFIEAT 5 06 . f. 3%
TEMNEEE ) Fes0,@Si0, #f 5Bk 1 AT S W 5 FEAG BTk 3541, ORER T 3277 4H FeyO4 11 EZRHEATHT I, R
B Si0, 2 A EN BB M. BRILZ AN, FesO,@SiO, B AE 20 = 2047 B Ak 1 T8 1646 B J6 1 LA AL

EFIRT S, XUERE T AR R R EE . 1 Fe;0,@SiO@TNSs #3777 M FesO4 HIUSAEAT S Ak

SARTCAE B, [FIFER I TNSs X HIAZE A S . HATHIEE 591X 5 Fe;0,@Si0, 1E 5 &4 B A
TEMIF(ERET I 10%). 5 Fe;04 fll Fe;0,@Si0, FEfAHEL, Fe;0,@SiO,@TNSs #£ i HHis A Hi1-59
(AT, 43505 B2 TNSs BB HEBR I J2 (8] (020)F1 )2 R 1(200) 75 . 5 LPT H19BLI(020) T FHEL, 8
H P IR 5 19 (020)477 5 32 B TR ¥ J2 HE B DL RN JE B o AR R JZE N AT S R (200) e T HH B33
B} TNSs [ —4E S5 i 4 o B0k -

FAVE IS BB Fe;0,@Si0,@TNSs Ff it FIER TR ST 7 WEE, 581 4(a), &l 4(b) AR
TEARRE IR A o, A AR B R (SRR AE . T 7E M R R o, JRATTR B R JC MU 55 2 Hh
FEPEM) TNSs ZEG0K A HERIM AR, AR TH 8 T — L8380 T 90K KN FIER o X SE5R N A . TNSs
£ Fe;0,@Si0, i1 EDX ReiE (4] 4(c)RHEEM B HLELE Tiv O, Fe. Siv CHux, HfC*
EoRATAMSBEPEHGENY . B 4(d)~h)ER T Tiv Oy Fev SiWURITHRER AW/ At L.
H R, ARG R MR AR X A5, R\BZA TNSs 18 & 6T 151
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Figure 1. XRD patterns of TiO, and Fe,0;
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Figure 2. (a) XRD pattern and crystal structure of LPT; (b) TEM image, photograph and structure of
TNSs
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Figure 3. XRD patterns of Fe;04 Fe;0,@SiO, and
Fe304@Si02@TNSs
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Figure 4. (a, b) SEM images, (c¢) EDX and (d-h) element mapping of Fe;O0,@SiO,@TNSs-10%
& 4. #& Fe;0,@Si0,@TNSs-10%H(a,b)SEM BB\ (c)EDX i£F1(d-h)TTE

5). WA, W5 A 5 SEM B P v /b BR A% S 8T 3R T T Rt BE 5 33K 158 BH K 23 I G A% A7 T TNSs
P, RRIDHBIE B T LR

B 5 ORE i R U B P SR 2R S AR AT B BT IORE AL I 20 TV 2RE5RZE, KRR
GAFLEE . H3 BRI IRRR A FLN AR TR R B a8 L. FLAZR A (1] 6(b)) [RIFE UL A /- FL&S
MIRIAETE, FLAEFEENMTE 2~20 nm. £ 1 NZ=FELFINFLEEMSE . FE51 BET R HBRIALE
WE & W% o B ek, X R EIARMFLIE S5 M) - Bk B T e TNSs BUMER. SR, Ui
BB 20%H HEAL I LA E~100 m*g ' (O ELR AR 0.18 ) em’-g ' FLA . Fe;0,@Si0,@TNSs &
JeEA T I BRI A A A S S AR A T KB S BE AL i, R A FLFLIE AR E T R SR =)
FEREALFIE R P B B, B, FesO,@SiO,@TNSs E &M RHE — Rl B J1 (T iE 2> B e AL .

K 6 NEAMALT Fe;0,@Si0,@TNSs(Hif% & & 10%) RGN I ZE . £ 5 I REAC S B 5 ANk 8 FE 1)
B RGRHEIA BT, AL TR (MS)Z1 N 6 emurg ' FEAK 2835 28 36 B %M REAAEAEREW B 42
T ST (R I AE /N I SR SE I i R B SR R B IR P o 4 RN S A AR G 2y B kR . i T
R AFE KB M AKEE M, AT T/ K A SEBL s B . fEANIMBEmER F, JLT iAW
Fe;04@SiO,@TNSs #-4 W B — M, 2 WA R A I e i AT 1 23 B R

3.4. Fe;0,@Si0,@TNSs E &M R L M sz

3.4.1. AT REAEHTEY

P4 7(a)’y RhB (1.0 x 10~ mol-L )£ Fe;0,@SiO,@TNSs (Hit% & &N 10%) 5 AR AL A
FEAE R BE T WG A it Atk . (TN, 203 30 2B RIS IR, JuBlEEATRE 2 T A B e A ik 31 1
. JGHEITURSS, RhB E 554 nm AL W S0 6 2 ' BRI T (1 S8 A TR FEAIS, 10 235 b A AR IR UL
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Figure 5. (a) N, sorption isotherms and (b) pore size distribution of Fe;0,@SiO,@TNSs
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Figure 6. Magnetization curve of Fe;0,@SiOy@TNSs-10% (the inset is the photograph of
sample dispersed in water and magnetically separated by a magnet)
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Table 1. Pore parameters of Fe;0,@SiO,@TNSs samples
% 1. Fe;0,@Si0,@TNSs # @ FLEHSH

FE i Fe;0,@SiO@TNSs-5% Fe;0,@SiO@TNSs-10% Fe;0,@Si0,@TNSs-20%
Sper/m*g”! 117.8 102.2 99.7
Vy/em*g ! 021 0.20 0.18

PR, B LR EE T()fEE). X2 REY T H0, M4BT Fe;0,@SiO,@TNSs A& 4
ARG 1 R

7(b) EL# T AR 464 T WG R AR RhB ITERE . RhB /& — N EH R4 E R 2RI Gkl 28 30 204 a)
GRS 5 B FEARZEANE] 7% N HyO, )5, 30 73 B REHA AR L) 14%0H) RhB . 7E 5108 Fe;0,@Si0,@TNSs
AN, HA 30%01) RhB #6 ML B AR ER . HT TNSs (O S5 K, ALREMICE 4, R4l &2 A i
FILER] WG N 3R45 RhB PR 2 th R BHBULE R 5L . MR, MIA—E &1 H,0, )5,
Fe;04@SiO,@TNSs JER I H AR KOG ERE . FETFREEIR T B B, KT 80% M) ke il s Bt i,
MIEER 10 25805, JUTATE ekl se MM . Vi ir B s b /2, AR — %3 %7k
In(Cy/C) = kt XA N FEAT T B 120 7T, o Cov Co ke t 0 B FHF67 5 RhB &R . ¥
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Figure 7. The photocatalytic performance for degrading RhB (1.0 x 10> mol-L ") under visi-
ble light (A > 420 nm). (a) The change of absorption spectra of RhB solution by
Fe;0,@S10,@TNSs (the inset is the color change of RhB solution); (b) Photodegradation
performance; ¢) Pseduo-first-order kinetics fitting under various conditions; (d) Photodegra-
dation performance and (e) pseduo-first-order kinetics fitting by different catalysts; (f) The
reusability of Fe;0,@Si0,@TNSs-10%

& 7. AT > 420 nm)HELFERR RhB (1.0 x 10 mol-L")[4&E. (a) Fe;0,@SiO,@TNSs
SAELBERR RhB, AR IERERT B, BEARRAGHTNL; (b) FTELEE
T Fe;0,@SiO,@TNSs FAELFERR RhB MEELLE R (OMNA—ME hEME; OF
EE L FISEPERR M RELL A R (NI — BN W FE LG5 (D Fe;0,@Si0,@TNSs-10%HY
ESFERMRE

TRAE GRS VR BE . AR HOND G RIS ). SUE 5 BRI 7(0) Bz, B #0061 it A (ol g id J5
R —2% B4, RYDGHEACRE MR RhB SR & —Brah 1%, 3@, 500 H,0,. 5% Fe;0,@Si0,@TNSs
L% Fe;0,@SiO,@TNSs Fl H Hy0, FA7 56 R (11— 23h 11243 R H R 518 1.95 x 107°.4.91 x 107, 1.21
x 1072 F13.44 x 10" min '

AT TE T Fes04@Si0, & xS Sl AL TERE I REIE o Q1] 7(d) BTN, Fe;04@Si0, & 4 5% 10%HT
HEMEHEA BT ROCHEAETE . 2 Fes0,@Si0, Fr IR 2 20% 5, ARG AL I 535 PG .
K2R AT R 415 TNSs fEE &) Fe;0,@Si0,@TNSs-20% i) & BT 3 2. i, Wt



Fe;0,@Si0,@TNSs-5%FE it R REAZ & B, #84> TNSs H% A BB L. X SEOEMIL R N LS
WG, TGRS A B oy B E . Rk, FRATIESE Fe;0,@SiO,@TNSs-10%1E Ayt 46 711 -

IEAh, FRATR Fe;04@SiO,@TNSs FE i 7E HO, 4B T b Ab M R 5 68 [ 58 P25 FALER(CEHE 7 25
PERE) LA L B il L PTIETE FesO4 T A S A 9K AL ER (Fes04/N-TiO,, H#E 10%) 34T 1 Lh#. Wi i
N, AR FAERENMERL T P25 AE RG], 2 30 /08P ml WG /S, RhB M EBRZFELN 60%. 1 LA
PEGRKRL T F1 21 N-TiO, 1E AL, RhB 721 /INRE P 25 BRFAR 30%, Hd PR e (TR f g 1
YPKBLT ) N-TiO, K BURL[23]0 1% A2 T REMERL T 1) S 3 38 1 N-TiO, R AL i PEAL AL, T
HOB AT TE R KB K. & — 23l 124 A (1 7(e))s P25 Fll Fe;04/N-TiO, 1138 R % 440 518 2.38 x 107
H11.67 x 1072, {UN Fe;04@SiO,@TNSs-10%1] 6.9%H1 4.9%.

NEGEE A MBI E S R, AT M B AT TR S ECE R . B 70 8 B
Fe;0,@Si0,@TNSs AL FIITEHAMERE . WEIFTR, ZEMERIM MR ERFEM, 5 ARMEHRK R L
FfE ket 98%H) RhB.

3.4.2. KPANAELEY

ZIERN LR, BATLURBA G AGIRE%E | Fe;04@Si0,@TNSs #EALFIF D EHEAENE. HIT 1.0 x
107° mol-L™" f) RhB VAR B AR R A, FRATRA 2.0 x 107° mol-L™" Y RhB ¥ . 1/l 8(a)ffir, £ 30
K BH YRR S YR LT e e WU HIZRAE 554 nm AbFIWRISCEAE 15 20405 JLTIE 2%, R IHi%
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Figure 8. The photocatalytic performance for degrading RhB (2.0 x 10> mol-L™") under solar light.
(a) The change of absorption spectra of RhB solution by Fe;0,@SiO,@TNSs (the inset is the color
change of RhB solution); (b) Photodegradation performance and (c) Pseduo-first-order kinetics fit-
ting by different catalysts; (d) The reusability of Fe;O4@Si0,@TNSs-10%
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