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Study on factors affecting preparation of iron oxide
black via coprecipitation method
LIU Ji-jun, LI Ming-yu" , LU Feng, HE Liang-ming, MO Jue-ting
(School of Environment, Jinan University, Guangzhou 510630, China)

Abstract: Iron oxide black is prepared via co-precipitation method using ferric sulfate and ferrous sulfate as main
raw materials.The effects of the molar ratio of Fe** to Fe** ,pH value of the reaction system,reaction time and reaction
temperature on the preparation of iron oxide black are investigated.The results show that the chromatic aberration value
(AE) between the prepared iron oxide black and standard sample is 1. 507, the smallest,when the molar ratio of Fe’* to
Fe is 1.31:1,the pH value is 10. 0, reaction spends 1.0 h,and reaction temperature is at 85°C.The analysis by XRD
shows that the phase composition of the product is Fe;O,. The characterization by FESEM indicates that the
microstructure of the product is cubic granules with heterogeneous sizes and irregular shapes, and the particle size

distribution is about in the range of 100 to 500 nm.All the indexes of the product can meet the qualified product standard

in industrial standard HG/T 2250—91.

Key words: chromatic aberration; iron oxide black; co-precipitation method

AACBRRARER R, 70730 Fe,0,, ALK
FPURHN—Bh, BAT 3 0 ) M 8 58 o BOVE S
PERERE SR L TEURR AR R B
K M B BRI R T A
AT, A BRI A i 25 7 kA IR D0TE I RS ik
SR B A Rk A RN BRI
B RIRGE AR SR TE s A A B R R R A
FA Fe' 5 Fe? B M P I A UTUER] K 2k
T ¥ AT UUTE ok, PR DT TE W) K A5 B H bR
Py R BB A O R SR TE
il 5 S AL B R A B R | S i R A oy Pl
VAL S 7 A TR G AN o A o N E R R RS
M B R LT E IR ) A A R

AR RAE T — Rl R Uk, B i A
RERY— I EL 244K, B 225 Sk T A (L ik T2 A

T AN [ AN TR PR 280 S A B TR 0 0 1) 5 i) B A
FISGHRIE ™ EURRS T E 22 57 HR T i 4
W Bz AR, el AR S A WA
AT R Y 22 e d i1 (2 22 (5
PeEA UL B RE fh S hrAE Z B 22 5, SeliR T
R A T 22 7t KA [ ARG IR el e G T WL
B A 225 ARl e ok A 7
EAPRRR T2 B R A ) A AR A R TR TP A
A H0H

EH EEHRE T VARG R Fe'' 5 Fe
IREE OBARFR pH SO I ) S 07 i 0 4 A 2k
] 5 B R 3 3 e I € A0 R SR A B R Y
eI R 5 B &l Fe, 0, bRk Z 0] 1) 2208,
VAR E foe il 46 25 1, LASH O Jim 0 S AR ik R o i 2
TR ER S S A BB AR

%5 B #A.2017-08-05

TEBRN  REH A (1992-) B WA A WF5E 7 10 R is e Bhiih TR 54K |, 1264131326@ qq.com; 22 K (1964-) , 5 1+ ##2, R
J7 A KA B T AR SRR KA BEAFRMIF 5T 5 R B Tall [ 4 B2 5540 52 U8 Ak A PR AR 46 3 THIK R A, limingyu2000@ 163.com,,



- 140 - LA 4L L

1.1 #R5iRF

FeSO, - 7TH,0, 7 B4l , K Kb 2475 T
A7 Fe, (SO, ) 5+ xH, 0, 43 M4k, KETH 4 R Ak 24
A 7= s NaOH, 434, K K2z 4
773 Fe, 0, ArHr 4l REET KA 240 T A 7= 1
b5 M4l
1.2 LWiEES5HHTINEE

il 2 AL B R S ERA B A 1 fis . MPS1
RUKS % pH 11, bilg =5 {X3R) A/ SZCL-2 AYw]
FEECHE I FERS L SCT T AR A A BRI AT A #
A= DZF-6020 A TR, R e BRAL AR B 7%
J A NS810 Al A RN = R B A
FRZN ] A 7 Nova NanoSEM430 % = 43 3 K 37 &
SR BB, T 22 FEL 2 ") A4 77 D2
PHASER %4 X SEAT 5, Bruker 28 FIAE ™,

LB 2k s 2— IR T 3— D0 i 5
4—TT P R ST Pk  5—pH 3T

A1 #HAEANKENIREER

1.3 SKEAHE
1.3.1 #ALBZH &

DIBE R S R 198 S A SRk, ) — o8 JEE UK Lh
[n(Fe™)/n(Fe™) T IRGW W, B—ERHIR
BT U R, S8 A DLUE R &AL A T
TR, LI R v G T 0T i 7R DA A
F pHo [ —ER A G ETTTE Y g  vEdk , ug vt
BT RS TR AT TR, B B 15
PN EACER B, SO B AR

Fe’* + 30H" Fe(OH), (1)
Fe(OH), =——=FeOOH + H,0 (2)
Fe** + 20H" Fe(OH), (3)

2FeO0H + Fe(OH), =="Fe,0, + 2H,0 (4)
2Fe(OH), + Fe(OH), ==TFe¢,0, + 4H,0  (5)

1.3.2 47k
B ST 38 KL S RRARE ) 8,25 F Al 2,
A, SRR D65, AR A R 10°, B 6,25 8] Ky

FE38HBFE2H

CIE LAB, LCh; Bl (445 80 CMC (k, = 2.00, k, =
1.00,ky=1.00) , 224K AE o (2:1), A
1R A HER I R A T OB (FESEM) 4R
KRB B, TAEER N 5 mm, YH4 A
XRD 434, Cu $8 B JE R 36 KV, i A 20 mA,
FEEEE R 8 (°)/min, L #EH R 0.01(°)/min, H
HEVEFE 20 2 10~80°,

2 SRS

2.1 Fe5 Fe"MIERILIIRRHFER BEEN
A

Fe,0, 1 Fe™ 5 Fe™ MYHLEEE /R LR 201, BEIR
LU AR = W 2H RN A3 Fae LR I TR 2R 7 O 2 Rk
AR, AT AR 25 5, IR R Fe® AR
oA A, B LS B i) A ol R rh e ) Y S L TR A
VR Fe™ BLE M i Pl RN R R pH A
10. 0, K SEIHE] A 1.0 h, F2 W I B fy 85°C A7E | 7
n(Fe)/n(Fe* ) 7 0.5:1~2.0: 175 N Hl %A1k
RSB U i O S B R R 8, 22 (E 1Y 52 ) T R 2
3 Fis,

12.5
12.0
& 115
S 110}
=105 m///,{“' 3
1X10.0¢ W:é
9.5t gyl 2
9.0 w1
400 500 600 700 800
K /nm

A / 0
e

S
AV ane et - g
6

1—0.50:1;2—0.88:1;3—1.00:1;4—1. 07 :1;5—1.31:1;
6—1.50:1;7—1.73:1;8—1.86:1;9—2.00:1; 10—FzkE

K2 FE n(Fe™)/n(Fe™) B 58 R4 F

HE 2 i LA M, RF n(Fe’ ) /n(Fe®) FifgfE
ARSI B B 5 B/ IN T ARk U B BT 4 Y
R it X0 A DG ML R T Y87 U AR AR S 17T 6T Y A
Wk RE R W TR e A R AR EDY L R TR
n(Fe’)/n(Fe™ ) B BT A5 4% S 1Y 22 (0 10 F RS 35 K F
Frke .

1.85
1.80f
w 175}
J1.70}
ig1.65-
g1.60f
1.55}
tsof ¥
0.4 0.8 1.2 1.6 2.0
n(Fe*)/n(Fe*)

W3 n(Fe)/n(Fe™) 5 &6 EE2H 8 X £




2018 F2 8

HIE 3 LA, B & n(Fe™ ) /n(Fe™) Ay
K, OZ(H AE /NG K, 24 n(Fe’)/n( Fe™)
913110, (22500 AE=1.507 5/, BT AEHE
ShrkE Bt 22 5 B/ M n(Fe™ ) /n (Fe®) <
L3110, N R AW Fe™ 1) K T4 1 Fe,0,
P B4 MY FeOOH & Fe (OH), HAESHE
7 Fe(OH), 45 G A 1 Fe, 0, ¥R H i 5 1) Fe™
—EB B A AR Fe™ , HETT AR B FeOOH 5 75 — &R 43
Fe JLTEG AL Y Fe(OH) , 1.5 9 S 4k il FeOOH ,
BRZCFEG I ERAIE  ShRRE R 22 E K Y
n(Fe’)/n(Fe* )>1. 31 : 10}, R B IR ST Fe** 1Y
HAR T Fe,0, BT M6, 2 5 1Y Fe® 76 )N i
FEAE I FeOOH,, K JFIE L Fe, O, , AT B0 i 5
PRFER 22 (B3GR, R, i) 48 S fh gk R R i 1 TR
B Fe™ 5 Fe™ MBE/RELE 1. 31 : 10 EL,
2.2 RMNEZRpH MXEGFREBEENZIN

R T HE N FR pH X RE O B R
ZAHM R, SCH s 6 Fe™ 55 Fe™ [ BE/R LN
1.31:1, SRR IE A 1.0 h, SR IR A 85°C ARAE
pH XTHE SO B 58l A 22 E sz an 181 4 & 5
JR

12.5
12.0f
511'5' e
+;a_u.o»‘

&= 10,50
%1000 ..
9.5}
9ot o
400 500 600 700 800

K /nm

1—pH=6.0;2—pH=7.0;3—pH="7. 5;4—pH=8.0;5—pH=8.5;
6—pH=9.0;7—pH=9. 5;8—pH=10. 0;9—pH = 10. 5; 10—HxF¢

B4 R MR R pH FE & Ot KA &

HIPE 4 AT LU Y R TR] pH 2% 18T B AR 1
FWATT BDE S R BN T AR ke, BEUIA TR pH &
PF T TR i B4 R CU IR RE S R TARAE

1.60
1.58F
:j 1.56f

i4%1.54-
5ol

1.50L,
6

7 8 90 10
BN FRpHAE

A5 REAEZpH GFHEZHEZEHXZ

M 5 ATLLE h BfE SO pH B3 K, 2218
I E R R Y W pH A 10. 0 B,

NEEF . RN EHIE R RRINZ MR RS - 141 -

A AE=1.507 f/IN, A4 i 55 BRA (0 20 48, 22
Sfe/N Y pH<10. 0 B R R b HA Fe®* 52 i
DUVE , Fe™ KR8 RUIVE , N 45 R F IR A W iR AE 7
WY Fe™ NI F-80EL A2 B FeOOH 1Y Fe(OH) ,
ARSI, S AWK G TE B Fe, 0, , B
il I 8, SRR ) 6 25 (3 K5 1Y pH>10. 0 B,
TERIR ST, Fe (OH), T 5w A4k, I 5 3504
W Fe,0, Fris B9 Fe (OH), A &, i FeOOH 1Y
Fe(OH), it 2 Sl /™ M B a4l 5 hR ke
B 2EEIG R, B, Hil A Ak B SO AR £ pH
B 10.0 NH,
2.3 RNREXEREREEENZ

M WAR FR 3k B B E S I BE R pHL B R4
THRE SOV TE] ¢ (h) o S0 B () 5200 Fe, O, Y AE B
R, HIE T Fe, 0, BYA U Y RE A IR S8 AL,
XS Py R Sl FE 77 AR 5 Ay 1 28 558 SO I ] %k 7
A G R A2 (E R, SEES R ] n(Fe' )/
n(Fe™) Ay 1.31:1,pH } 10. 0,8 Ky 85°C AE, %
G0 I [) 0T 4 A 2k PR T A s e, 25 SR 8] 6
El 7 Bis

12.5

12.0r
s 11.5¢
= 1100
T {

=10.50
X 10.0F

A n ;'A"w"{",
Mﬁ"‘\'vv\/.;\\ P 4
9.5 WW“’\‘W/‘ T

9.0|

400 500 600 700 800
/nm

1—Hh5#E;2—0.25 h;3—0.5 h;4—1.0 h;5—1. 5 h;
6—2.0 h;7—2.5 h;8—3.0 h

6 R BB B IR RE B B R LS

HITE 6 AT LU i, AN Ta] By s [] 254 Bl 4
FEARTERS BT B RUR R /N T ARk, ST A
FORE I 8] 2% P4 B A5 R b 09 28 800 A0 2R T
PrkE,

1.90
1.85F

i 1.80F
<1.75¢

EJNI.GS-
1.601
1.55F
1.50

05 1.0 15 2.0 25 3.0
R A/ h

B 7 RBLE G4 & EZEE xR

HIPE 7 WT LA Hh B3 ST IR TR B, 0,22 1
L BN R R R AR B S SOV TR 1.0 h



. 142 - A A T

I, (2518 AE = 1. 507 f/N, Fr A9 0 5 5 bR ke A4
2R/, RGP E /R 1,311, %
WA KA Fe™ I Fe(OH), F5 ZHA AL Fe™ |
FeOOH 1, Fe (OH) ,, 4 BEiA F] Fe,0, H' n(Fe’ )/
n(Fe™)=2.0:1HEER™ | At B 5 —
FE (A R] 25 BN e [] R, ST R AN 78 47, 53K
Fe(OH), T4 MHE AR =4 | e 287 Wy i (AN
afi AR A2 E R, MRAE RN (4) F1(5) A4
B Fe, 0, MK ITFE WK 52— A B[], s W Bisf
)KL, R (4) F(5) AN BE 1S BEAT, 42 19
Fe(OH), FeOOH 5, Fe( OH), JEA =¥ #t+2
Ja BB A AL, SR G EEIE R, B R
REEHE]) KA Fe* I Fe (OH), #id A ML, & T
FoE B ANGE, ShRFE R 22 (BRI LR N s
AT R, B, BB L. 0 h FH,
2.4 RMNBEMNXRHERRBEENII

1E Fe, 0, (il & L B v, i BE AU S W Fe,0,
A ORI B BEBE | T ELXF Fe, O, UKL S5 A4 1 7= By
LA, T 25 5 N Il EE R ot U
RN, SR P Fe' 5 Fe® B EER H R
1.31:1,pH 247 10. 0, SOV BF[E] R 1. 0 h AAE 595 2
o7 I o B SR A A R, X AR i o B S R Rt 25 (E
ISZI AN 8 (I 9 IR

12.5
12.0f A
115} —

8 e 3

gior /7 // 3

g105) s 7 -f/ s

0f W R A o L
U g
9.5 %f
oof ¥ L

1—FREE ;2—45°C ;3—55°C ;4—65°C ;5—75%C ;
6—85%C ;7—90°C ;8—95C

cRRENCh A S ST Py E e

FIP 8 AT LAFE H | AN [R] SRz iR B2 BT A4 i £ 4%
BTN BDE B RN TFARRE , B AS R R i
ZEAE N TR ah B SR BRI B R TARAE

1.85}
1.80f
wy 1.75}
< L
& L7
m1.65>
g 1.60f
1.55}
tsof . Te

40 50 60 70 80 90 100

SR BE/ C

Ko RMEEGHEEZMEZENX R

FE38HBFE2H

H L9 WA H Bl SO L A S, €8 25 (8
SESEI NG K R 2 RN IR A 85°C BT, 8
2l AE=1.507 F/IN, TS A S AR RE R B (S 25 7
/e BB (4) F1(5) B K G B 55 27—
PR A REIEAT , B A, JBE /K S 0 2ot R e LA i
FF UK SN S R AT SR8, #E— 8 1 SNBSS ] P
inA Fe(OH), FeOOH B Fe( OH) , B4y, & G35
FEMIE AN Gl AR A 2E(E R R, Fe,0, 45 i
BA RSB Fe,0, B2 — 45T
R A o R B A TR R AT, A
pH>9 I, B iR A F T Fe,0, 4, IR 2 S5
FeOOH R4 B B2 Ry a8 o 3 B K v B, 7
PESAET Fe & Fe(OH), B 5 Toi AL, I S5
FEYIB AL SARE 2R E R, I, R
FEH 85°C HH,

2.5 SHHKEFERIERESTRIE

R 2. 1 A4 R Fe il s | AL gk R A v 45
il S IR AT Fe™* 5 Fe™ BYEE/R A 1.31:1,
pH 4 10. 0, KA A 1.0 h, 07 R R 85°C , il
HEAE S, WA RER HG/T 2250—91
AL bR A I 7 7 % 7 i 4% L AR R AT I 5, 5
RN 1 i, XEES HEAT XRD Ml FESEM 43 #r
gEEmE 10 8 11 fios,

®1 RESGTHENELGKE>RIER

EiL

WH
HH 1 i
BRITE (LA Fe;0, F/R) /% =90 93.2
105°C ¥ & W) BTt 53 45/ % <2 1.01
IR T 34 % <l 0. 86
FEAYI (45 pm AL FEaE 534 % <1 0. 65
IKFEBOR AR B/ mL <20 17
KT pH 5~8 7.12
Wi/ [ g- (100 g) '] 15~25 22
SVES LR ( LA CaO AR) /% <0.3 0.21
B (SARERELL) T UL
HART 7 (SHRIERELL) /% =90 95
WL ) I TEAE (551 [S51E

| ATLUA Y, A5 A0 Sk R R 5 45 T 4
Fr¥sak 2 ALk BB R HG/T 2250—91 Hhof a2 1)
B AARE, BAN, E 10 FTLAE H R S AT 5
& i 7E 26 = 30.157. 35.521, 43.172, 57.098
62. 703° kb HA7 BA 5 A7 5506 X IR 1ICDD , FF S AT 5



2018 F2 8

ERL o

R BF/a.u.

Fe,0,

[ | I,| I‘| Ll
10 20 30 40 50 60 70 80
20/(°)

K10 £ b4 E4 % XRD Hif

us

W11 f b4 Z# % FESEM % K

U 5 No. 880315 s #E &1 3% AH—Z, U B BT il 4 i
YA N Fe,0,, B 11 7] LB I, B8 a &4k
BRABFE S B TOWIE 2850 KNS 38— TR HLI Y
SEJTEUREIR R AR 43 A 29 7E 100 ~500 nm,

3 #ig

(1) DIBI R 2k A 18 S 4% A SR, SR FH L e 0
Bl e T AR AR 7 T S AR R 2 R Y
237 Fe' 5 Fe™ B EE /R HL N AR ZR pH | S5 15 (1]
RIS N i 5 S5 R 2R R S )

(2) Fe ARl 2 2 VIR A W ke 5
Fe” IEE SR H o 1.31 :1, pH i 10. 0, 52 37 B 8] Hy
1.0 h, SRR A 85°C , AT A5 K i B (e AR A KT
Frke, SRR 2 AE i/l

(3) HAF I A AR SR T AR LR Fe, 0, , T
WIE AR R NASYE — TR TR (4 37 7 Uk AR b
AT ZI7E 100 ~ 500 nm 3 B N, 4% T0 48 BR324k 2]
Ak Bk R HG/T 2250—91 h HE 58 1Y & 4%
PR,

5% ik

(1] PRI, RERARS , J AR B4R Al 125 S P Ak 5 B R BT 5

g

(R IYRI T KIES BRI TR, TR RS http://www.xdhg.com.cn

NEEF . RN EHIE R RRINZ MR RS - 143

[J].0 %4k T.,2015,42(14) :65-67.
[2] #RiG 4. AL BRBURHERE RS A A1 T ). LR R, 1997, (4) .

17-24.
[3] A2 SR BT T2 MR [T]. 7 &R AT, 2012, 39
(13) :55-57.

[4] frizde, EOHH R A0 il 4 900K Fe O, MIBTFEER[J] AL THRE
$%,2004,12(6) :52-57.

[5] 2R, @, SR, 45, Ak 2 2L 0T 12 1 4% 40 K PR k4
WBEFEHE L 1] 0 A, 2003,30(4) :54-56.

[6] Aphesteguy J C, Kurlyandskaya G V,de Celis J P, et al. Magnetite
nanoparticles prepared by co-precipitation method in different con-
ditions[ J ] .Materials Chemistry and Physics,2015,161:243-249.

[7] Petcharoen K,Sirivat A.Synthesis and characterization of magnetite
nanoparticles via the chemical co-precipitation method [ J ].
Materials Science and Engineering: B,2012,177(5) :421-427.

[8] AhAS %, PR A, FE Th R AH 2L T e vk i 2% DU S Ak = Bk 4 oK #
[J]. 6L Tl ,2005,37(3) :24-25.

[9] FBREIAE, Bk, o, 45 L UTIE il £ 41K Fe, 0, MIEAESE
UMY SRR [ ] RE PR RL B 54,2015, (05) < 14-18 ,46.

[10] BE=, #1E A2 mE G SR BRI &[] .05
BET0l,2003,33(7) :22-23.

(1] SRE A sk i, 2675 7 AT R hl s AL B SR AT 5 [0 ]
HMITTE K24 . A SRRF4 1, 2004,25( 1) :70-71.

[12] 25, AR BN MR 4 BRAk ™ IR K il &k R Bk T2 [0 ] Ak

Tk ,2010,(1) :168-172.

WIGAA BEAE S TR M BUM WK 0 Mk, 2005.

R 0 2 T A S K AR SCHAE S AR € b i) 52 B

[J]. R T 2EBesA4R ,2007,21(11) :61-63.

[15] Meng J H,Yang G Q,Yan L M, et al.Synthesis and characterization

[13
[14

[

of magnetic nanometer pigment Fe;O, [ J]. Dyes and Pigments,
2005,66(2) :109-113.

[16] Mascolo M C,Pei Y,Ring T A.Room temperature co-precipitation
synthesis of magnetite nanoparticles in a large pH window with dif-
ferent bases[ J].Materials,2013,6( 12) :5549-5567.

[17] B B E 2% Fe, O HURMBHHI SRR (] ] ARk
1.,2008,35(2) .5-17.

[ 18] T R RN BRAR IR MK il 1 S A 0 P O B 52
[D].JRHE: KHA, 2003,

[197 Shen L, Qiao Y, Guo Y et al.Preparation and formation mechanism
of nano-iron oxide black pigment from blast furnace flue dust[J].
Ceramics International ,2013,39( 1) ;737-744.

[20] BPSCE Rt P [ ML Abst . Bl i, 1987. 1

T e S B e o B B e S e Bt e S L e e S B e e o e et T

B S S SR

o e S e e B A e S e e S e A e S e e e e B e e



