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Abstract

Fe;04 was prepared from ferrous chloride, ferric chloride and ammonia. The effects of dispersant
type, dosage, dispersion mode, ultrasonic power, reaction time and reaction temperature on the
dispersion of Fe30; were investigated. A new magnetic carbon based solid acid catalyst
Fe304/C-SO3H was prepared by one-step method with self-made Fez04, soluble starch and
p-toluenesulfonic acid as raw materials. The synthesis of octyl glucoside was a probe reaction. The
effects of m (Fe304): m (soluble starch), m (Fe304): m (p-toluenesulfonic acid), calcination temper-
ature and calcination time on the activity of the catalyst were studied. The structure of the catalyst
was analyzed by FT-IR, XRD, TG, SEM and VSM. The experimental results show that the dispersion
of Fe304 is the best when sodium dodecyl sulfate is used as surfactant, the dosage is n (ferrous
chloride):n (sodium dodecyl sulfate) = 1:0.4, the mixed dispersion mode of mechanical stirring
and ultrasonic is adopted, the ultrasonic power is 50 W, the reaction time is 1.5 h, and the reaction
temperature is 70°C, and the dispersion index is 0.209. Under the conditions of m (Fe304):m (so-
luble starch):m (p-toluenesulfonic acid) = 1:6:2.5, calcination temperature 400°C and calcination
time 5 h, the activity of the catalyst is the best, the acid content of the catalyst is 0.91 mmol/g, and
the conversion of glucose can reach 95.4% at 140°C for 4 h. The structure analysis shows that the
catalyst is amorphous particles and has good thermal stability and magnetic properties.
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1. 518

BEREE (UL N RIFR APG)IE o — MR “axta” RENEHER, HAWREFEER. AL, X5
Re . FEMEREVF 2R, B2 T84T &L, ROCFERATHY — R E BRS04
M A A2 T HIA R SRS, 2RI . R TR AL AL RE 7158 |
JRAAE, (H T BB i R v, T H AR 2 R BRI, ANAT B JRIE Y 2R ] R R
BR, TREARRHENFITE APG A:7= o (1 B F AR AL 25 [2] [3] [4]. Forb, B AR S — i &
A7 AR VR R BT HLPR OR A S (AL TR B 32 BB AL IR AL I AR . mTVA PR 0]
TR AL AN VLI B AR, AT ] & 1 — R 50 T 6 i 5% FE R 186 2R3 T o7 1 77 o 2k [ ¢
BRHEALFTIS] [6] [7]. H1F APG REIEHIR, SHEALTUAS )70 B, i LA I ATk At o] AP e £ 75 [ s DR X
SO P A A P o T PR ] S TR A 751 R P 2 28 B AR [BTHRS AL AR MURE MRS O W o ek 73 5, [l
W AL FRIREAT T SRAL BERD AT A . ASSC LA FegOy JRESEMS, b FUGS HI SRR IR M IURE, R —2P
T3] 25 T TR B [ PR R HE AL 7] FesO4/C-SOsH o LA FLAZ M AL IZME Ak 15 R ¥ 26 A W HF (LA T i AK AOG)
WEE, WAL RO & 2 A REAT DAL, e dERE T S b AR P R 2 5L RO A B F) S AR i AL
7l
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2. SCUGER4Sy
2.1, AHISYEE

PR EEMT L. + e mmRey. X H2EMIR: AR, BiEFELARAERAR; SNKEZEML
. IE¥REE: AR, EZERERAERAT; ZK: AR, LBHFEIELRFGRAR; AVETEREH
AR, Fupfb TIRATAIRA R TTAKEEE: AR, HilEZ kA E IR A .

D8-Advanced %! X-S AT #8[E Bruker A ®]; AVATAR360 BUZL 4R iE(: 3£ [EH Nicolet 2
STA-449F3 HU[EZG#HIHT4: f8E Netzsh AF]; S-4800 Bz &k HHH M 7 RMEE: HAH AW
SQUID-MPMS3 YR EN A S flisET: 3% Quantum Design A .

2.2. EHFIBYHIE

2.2.1. Fe;O, AR A RO BRI &

KL VL) 4% FesO, [9]. 56# FeCly-4H,0 Al FeCls-6H,0 % M8 EE/R B 1:2 [ EL 73 T 4K,
SRIGIMANE SRR IIEVER, 2R e 875 ke DL BB e 75 3 VR A 20 50 2, [R] I o) A e 3
ST IR K AR N E) Fe® R Fe IR & SRR, SRS R T IEE pH & 11 AT, PRI RN — B[],
A TFEN Ny T3 LS RIE, FeaOq RN 0T I H 58 I REEREAT /0 88, F ZRE A Atk AS B vk
GRUTREY 28U pH b i HIEBUONTE . 80°C T B 25 T15A5 2 FeyO4 HEFEAA o

2.2.2. —#3E Fe;0,/C-SO;H BY%IE

20 R — 5 B L BRI v b RO SRR R VA T4tk R, IS B FegO, BEFEAE, 1EMEIRIR
GRS 30 min J5, FIFHBELATER A RIREAKS, RIEIOASIEFIRBAHEB E BN N, 15
7S 2 BELP PP s o — e N TR] o B 15 00 12 A 22 (] K T i A0 91 B L 0 5 T T B P AR A o
2.3. FesO, 438U MR /5 3%

K Pl ZEN3600 T KLRE 43 M7 A, FesO, MR T2 43 BB B (FIFR PDI, Fe7m M RRE b (R 42 24—
Ji, PDI /N BB T AN A AR, AT S A R ) FesO, IR IE BE) o BE SR HIVE: 4EHL 10 mg
FesOu My KRBT 5 mL =BTk, ARG HEE# 2R dIRe it b, IF HAERE SR i 1 em® 2808,
F B RS SR R 0850, B o B it B 43 AT AR A
2.4. AOG &R

AR 2% SCHR[10], TERCAE FERE. PR Al /K8 B 1 U0 B R I N IE S B AL 0, SRS 404tk
TN BB TR &0, ARSI FEEAN Ny (R4, o, #EARIHERN 7 W% &8, n(EF
BE):n(EIATHE) = 9:1, JRSGEEHN 140°C. 43K 1 h M5 RS AR R IO FER[11], FEH B8 2 LR,
e R R AR S IR LA S5 4% A
25 BEUFIBRSENE

ST P R RIS A4 A 790 0 8 A B AT W 5 [ 12]

3. %R 5118
3.1. Fe;O, i EHASIE T Sk

3.1.1. REDVEMEFIFIER 2 Bt R
1 FegOq BETERL 71l g I 2R, Al ES N/ B AR T VE U FesOy JEATRIMMZ M, i) Fes04 20
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1) [ R L 2 0 2 5 3 757 FeaOy A A3 I o 7490 5 2 TR 375 M 7510 P B8R BB JK LE m(Fe®):n(R T 5 1 741)) = 1:0.5,
G307 OB FE A P AR S5 & R & 0 807 20, BA DAy 50 W, RIS [E] 2 0.5 h, R 24 60°C
(A b, B ER FOPP R TS MR T FesOy 20 HUME RIREMA, BT FH R ISR 40 5l o 1 e AR R AN (LA T
fEF% SDS)~ KEFHE (LA FHIFR APG). IRAL 175 bidk = HE (DL T R FR CTMAB). i 177 15 58 4 £ I ik (LA
TfEifFR AEO). L FEE(LLNEIFR PEG), Z5HR W% 1.

Table 1. PDI values of different surfactants

F 1 AEFREEMFIMETH PDIE

Types of surfactants SDS APG CTMAB AEO PEG AT

PDI values 0.276 0.382 0.496 0.551 0.587 0.634

H1¢ 1 AT, AN R AR T 177X T FesOy 73 UM AR AN R o 25 75 5 G R s AN IR R T A4 711
T FesO4 WATERL T PDIEER, HIRTE SR H . IINREEIERIA T FesOy /0Bt SE s, 1ML AIR
RMEEAZ A XS EE A, SDS WJ R 35 5 iy FesOy BATERL 7 A 7B, PRI i 1477 #f 72 9 SDS.
3.1.2. FREAEMFIREX S EIERF

LA SDS RG], FEVIE 2087 OV BERE I A AR & o7, A TRy 50 W, W
1825 0.5 h, SR Z Ny 60 CHIFERE, EEANE SDS FHEX T FesO4 72 HUMERIFEM, 45 R W% 2.

Table 2. PDI values under different dosage of SDS
% 2. I SDS FE & TH PDI &

n(Fe*"):n(SDS) 1:0.2 1:0.3 1:04 1:05 1:0.6

PDI values 0.283 0.267 0.258 0.276 0.291

H7% 2 A0, BE#5 SDS MR AN, Fe,O4 BEMERL T PDI 8 2B S6 ARG THm fash . xR
E FesO4 I £ R, 38 2438 0 SDS A FH &l kN FesO4 2 T IR IAI ELAE FH 71, $mm Lo Btk . {2 SDS
R4S RS, PDI (EARRIE K, X ] B8 &R VG MERIS BRI I FeO, MR K, AFIFER
FesO, A1 15 I [13]. K1k SDS e i & i 2 A n(Fe*):n(SDS) = 1:0.4.
3.1.3. AR E AR T

DA Ea i i s R A6 1, TEWIE RS D38 50 W, VBT TAIN 0.5 h, [RBEIEE A 60°C [ 5LAt: I,
LR R B LR R R P R 4 A B = MR S 80T O T FesOu 7 B MERIRE R, S5 IR 3.

Table 3. PDI values under different dispersion modes
= 3. TRITHARFZHETH PDIE

Dispersion mode Ultrasonic Ultrasonic+Stir Stir

PDI values 0.374 0.258 0.601

M1 3 WAL, AFER T 2 FesOy 73 HUE WA R SR AT S AN A 45 5 1R & 70 W07 S
AT 5w FeqOq HAVERL 1B 70 AE . DRI, 20 B0 20 e D 7 i in i # BROVE 5 0 180 3K
3.14. BAIRNSBIEKIRME

DL iR e B R A, TEVIE ISR 0.5 h, JRBEREEN 60°CHIHEAL I, B8 Thxt T+
FesO, 7 Mk 52, S5 5R L 4.
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Table 4. PDI values under different ultrasonic power conditions
4 TEIBENEREZHETH PDIE

Ultrasonic power/W 30 35 40 45 50

PDI values 0.332 0.314 0.286 0.272 0.258

HIZE 4 AT, BEAE RS DR A3, FesO, 10 MR EAE AW PR . X T HEAL i 7S TR, 18
FHTF) S 2R 1] A FegO, I I RE B AU 22, R SE PR IKIIE B B R 0 20 BOIRAS [14] . TR, AESEIG 26 AR
BRI, AW T E B S 2R 50 W
3.15. R RIRTE)R S B EI R

AE IR 78 R B A AT 5 AERDFE SNEIRLEE D 60°C fRRER ., 2558 [ NI [A]0] T FesOy4 70 HUME RO RZ M,
RN 5.

Table 5. PDI values under different reaction time conditions
F 5. FRIRRATEIZME T/ PDI &

Reaction time/h 0.5 1.0 2.0 25

PDI values 0.258 0.243 0.231 0.239

M7 5 AN, 84 IE KNI [A) AT BEAIR FesOy4 (9 PDI R, $RE/EME, Ak Mg K s, 4
BRI XN FesO4 MM EZW R AIIEL, — B B — g A2 B i T R FE I R ek, — 2
B A% R TSNS A K [15], SN (8] A ) FesO, MR AR R, 37 IR AH B 5] Jjthbl 2 3K, 1R 80
SR . R, OB R E A 1.5 he
3.1.6. RRLRE X EMEAIR T

TE IR e i S R R VA MR S LR . e 3. S T R R R I [ () il B, B %% S MR
Xt F FesO, itk fsemy, 455 0% 6.

Table 6. PDI values at different reaction temperatures
6. TRIRFIRE M TH PDI{E

Reaction temperature/'C 50 60 70 80

PDI values 0.243 0.227 0.209 0.211

HI3% 6 P, 38 2 SN P P H e FeqOy M MERL 3 70 e o X2 IR TRLEE 2 ) X T FegO4 IR
AR, & 25 v S NI A T BEAIR FesOy HIKELAR, IF HARFF I FesOy Mh AL 1) LT [16]. I,
SR LR E N 70°C o

3.1.7. RMFIELIZT Fe;0, IR E N E

TN FeqO, Hil86 TEMHARTT, e Hm MR Mm%y DA Zhe i s e E R st 7, H
o4 n(Fe?*):n(SDS) = 1:0.4, 407 2R A BN BE VR & i 2K, BB Th M 5 R4/50 W, %
LN 70°C, S SIS AT A) 1.5 o o e AL 25 A1 i1l 25 11 FeqOy R PR T34 TR0 5 43T , I #3 PDI &4 0.209,
W T o i T NS I

HH ] 1 AT, FegOq RRLAR 73 AT BRI HE 207, IX W] FegO4 MR T R /NI 5), I BEAE AN B2,
SRR T o IRAh, TEA RO TR TN Ny RY, RN FesOy AR B FEAFRE , A N AU AT LABH 1E Fez0,
AL y-Fe 04, 1M HIERETE— R IR/ FegOq IKIAR[17].
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Figure 1. Particle size distribution of Fe;0,
B 1. Fe;O, WRITZ 2375
3.2. —#3k Fe;0,/C-SO;H RIFIFIL
3.2.1. M AERRI
TEY]E X H 2RI R FH 28 m(Fes0g):mtt 2K ER) = 1:2, Kredi BN 300°C, KikEmT (A4 4 h [ 34t
b, FEERUEN FH BN T AT B A A 2 DL R AR S B R, SRIG A R 2.
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Figure 2. Effect of starch dosage on catalyst activity

B 2. e EX T EAFIEERS R

BRI 2 WP, RS B A AR Bl A VE R FH B 3G NS T e AR S B A, T AR PR R 1 U B 2
SRR, X R BAVERY F B 0E 3G nmT e A Bh T R FLIE 5 A g, ISR AL R, BRI
BINEREACE . R, R VN DU 2 R T B AL AR AL IR 5 R PRI, X AT REA2 Tl B e
813 FesO, MALEZIGIE, fERSRIEFEPIE RN FLIEZE, FEEMETERC. Bk, e ieh s dEH
BEN: m(Fe;0.):mIEH) = 1:6.

3.2.2. X ERFEERAEHEMW
DA b3 2 2 52 W AR VE R F i m(FesO,):m(VERD) = 1:6, TEWIERERRIRE A 300°C, KEhemtaly 4 h
(A b, B ST H R (1) FH 0] T A B AL DL R AR BR & s, S SR L4 3.
B 3 AT, BEE O HORRER S R, AT AR b S e, I OB TR,
(10T 5 et i 5 S Y R B (Y 80 7 AS T i o 3 2 T 84 et R S BT 4 s AR Ak P PR AR A i 70 1L
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s X R RAR IR ) F B 5 A A B AL R IR AN AR ME SR R AP, BRI A M) T A BUIEA, I Anid &)
Xof F SRR X fie e 7] ) W AL R O TR AN IR0 0 FRR B IR N B A AN i i RRR B, T Hid &
SN JE A BRI AR O R A% DRI, S YRR H B EE T RN m(FesOy):m(h HZRAATR) = 1:2.5.
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Figure 3. The effect of p-toluenesulfonic acid dosage oncatalyst activity
[l 3. TR ERE A EX T EAFIEERN T
3.2.3. MEIRIRE RN
1E m(Fe30q):m(TEHD) = 1:6, m(FesO,):m(% FZRMEHR) = 1:2.5 [HEAl b, WIE R REmS [N 4 h, H528s
Jogt FEE o T 4 W AL R DL R AT IR & B RS, SRER S5 R LA 4.
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Figure 4. The effect of calcination temperature on catalyst activity
B 4. kSRR E T T TE RS20

HIPEl 4 WP, AW TH m R R IR, AR (e SRR R & B RIS T R B AR & s, il
1L 400°C s, HIEHE RO AL RA B T RERGE S . XA RER H1 T o e B el B2 T RE SR T AL be
g5, AR AT TS . SR, KRR AR S A IR LR NS, REETE 2 FLII AR AL
gk, ARTIEEAR A, SRS, B, SRR R 2y 400°C.
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3.2.4. KEIGRETE) X TR RN
5 b IR 220 58 BB U & A, B BRGNS [T T 4 W e A 2 DL AR R & R S, 5K
Kai R 5.
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Figure 5. The effect of calcination time on catalyst activity
[ 5. HEIeeRetE 3T R RS0
M 5 w5, BEAE SRR A G, I E TR R S, AR R & b Y, (B4k8: e
KR REIT 18], % BE A A A TR & BN > 2218 T . IX R B2 UK e (B i i, A1 E kA
Fo A B AT RRAG . A BT IR 2 FLIN IR ZE S5 1, SR BL A B AP I SUE M 8BRS &, SRS AL
WEPE. (H RPN A QR 2RSS, PTRESIE OB AR S5 M (R i 4, S BB IR AL ) v, AL RS 1t 2 Al
LS o BRI, A TR SR AR AR BRI ) B 5E A 6 he

3.3. GMIRIEER

3.3.1. SEM FR{E

FIFHAAHE FBE 0T FesO4 Ml Fes04/C-SOsH MR LSBT WM 4T, Kl 6(a). (b)7 5N Fes04n
Fe30,/C-SOzH 1) SEM RAEKE . H115] 6(a) rT A1, KA ILYTIE VLS % (1) FeaOq BEMERL T A ASHU fBRAR
WORL, RARSATECNE), BARAE—ERBI RGN, B 6(b)ar &, @it — kb %1 Fes0,/C-SOH A
TR, HA—EMZILE, WRIARK, XAR TIN5 K. Fe,O, BiVERL T 1M T
AN, (Ef I R AP, Red R R B 7R oK
3.3.2. XRD FR{E

] 7 24 Fe3O,4 Fil Fes04/C-SOsH () XRD 1% & LA & brifE PDF Xt Lt 7 (JCPDS, N0.99-0073). ¥ 7 1]
M1, Fes0,/C-SOsH il FesO, 7> HITE 20 S 30.1°, 35.4°. 43.1°, 53.3°. 57.0°. 625 AbHHir Bl T 6 MNMFAE
AT, X LRI A7 B 5 FesO,4 Al PDF R AT B AR —B, 433X B FesO,4 f1(220). (311). (400).
(422) (511)F1(440)fhTH, XK BATERT SRS FesO, I M AL G MR A R AR, FE HAR T R U (R 2= 6

3.3.3. FT-IR R1E

Fes0,4 H1 Fe;04/C-SOsH (1) FT-IR 1% & 14 8. H1l%] 8 A%, 565 cm ' #1572 cm  fHiT1I4)8E T Fe-O
(B4R BN, 1625 cm™. 1638 e Ab ({10 IR R 55 F 3R (K1 4e4R5h, 3398 om il 3416 cm ™ T 106
J&T O-H KIMZEIRBNE . FesO, Lkt 18 Ja HAFAE W ) 07 B i 565 cm ' A8 pL 572 cm ™, HAT B WA K,
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Figure 7. XRD spectrums of Fe;0,/C-SO3H and Fe;0,4
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Figure 8. FT-IR spectrums of Fe;0, and Fe;0,/C-SO;H

8. Fes0, F Fez0,/C-SOsH BYLI S Kk (5]
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XM FesO, S5 A ILAS . Fes04/C-SOsH 7F 1033 cm™t. 1124 cm ™t 1 1188 cm ™ {7 B HL T 3 b B
TR, IX B R L A S=0 I RSN SE, XU TR R B R L

3.3.4. TG RiE

Fes04/C-SOzH (1) TG i un sl 9 Fron. e 9 Al%0, MEALFIFE 30°C~400°Cil % X A N R %12, &
IR Z) 6%, IX A BT AT 52 OB T WK R SR 2 2N TTIFE 400°C~800°C il B IX [ A4 5]
HENUREIT 30%, KREHE. XER MRS G, MR BEEREL BTG R AR R, S5
AL 77 B RS R 4. HUL AT WL, 7F 400°C LU ALF A RIF A ga et .
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Figure 9. TG spectrum of Fe;0,/C-SO3;H
& 9. Fe;0,/C-SO;H B TG

3.3.5. VSM F1E
Fes04 Fil Fe30,/C-SOzH ) VSM #2 &1 [&] 10 Fran. H 1] 10 AJ %0, Fes04/C-SOzH AHEL T FesO, R
EEEUN, X T EIE T FesO4 fERT BT o # e by XS R (22,  FLARERAE AN S T b, Rk
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