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Abstract : The water-based Fe; O, magnetic fluid was prepared by reverse titration co-precipitation method, in which the FeCl,
- 6H,0 and FeSO, - 7H,0 were raw materials, the water was the carrier liquid, the NaOH was used as the precipitation agent
and the PEG was the surfactant. The optimum synthesis conditions of water-based magnetic fluid were determined by orthogonal
test. The structure was characterized by XRD, AGM, TEM and TG-DSC, etc. The results show that the average size of Fe;0,
particles is 31.98 nm and the saturation magnetization of Fe,0, particles is 55. 82 emu. g under the following reaction condi-
tions: the Fe’* and Fe* concentration 0.3 mol - L, n(Fe®)/n(Fe’) 1.5, system pH value of 12, reaction temperature 50
°C, reaction time 60 min, PEG concentration 60 g - L. The product compounded with Polyaluminum Chloride & PAM using a
magnetic separation device are applied to treat oilfield produced water. And the effect and efficiency of oil removal is improved
significantly. The oil content of treated sewage is less than 1 mg + L, the effect of oil removal is up to 99% , and the suspen-
ded solids content of treated sewage is reduced less than 3 mg - L | which can meet the injection standard A.
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T 5 K A BEAFAE BRI ME 2R TR 18 55 R
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FO B AR A A REAT IR 4R A o R MR Y
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1 3£ %

1.1 IR RIRH

SEH A 2% . Hitachi H—800 7137 5 vy 7 5 ik
( HA) ; Philips X’ Pert Pro % X 528 8y K A7 411X
(faf %) ; PMC MicroMag 2900 % % 7% 5 i 4 58 11
(AGM) (ZE[H) ; Malvern Zetasizer Nano S 5% H7
A (HEE ) ; 78 = it 562 7] (NETZSCH) STA449C #!
LA TN LB B AR A B F] 721E B A)
WA,

SR ALk (FeCly - 6H,0, AR, KT,
AR R A F]) s BRER W42k (FeSO, - 7TH,0, AR,
[ 25 4 P b 2450 A BR A | 5 &AL B0 (NaOH
AR, BFRIRFLE) ) s B O TR (Tl gk, b ik
FIBBR 2 H]) s BAEALE (PAC) 5 N I BE i
(PAM) Fh A 0 B SR B0 B 4 41 5 i Y5 KR A
JAE )i BTSRRI Al
1.2 KEHEREHER

K FH BRI i — 2L 350 € 32 1 45 K B Fe, O, WU
R Y RIE ¢(Fe** )= 0.3 mol - L7 Hll ¢ (Fe*) =
0.3 mol » L' ¥ 10.5 mL 17 mL, IR & ¥5)1E
S BEER

Helt 4.7 mL 3 mol - L™ NaOH VA A — & & 1Y
PEG BT = HEAN 8 N, 37, FHE 2 50 C 3
P RGN LR BV W, E — N B RN 60

SN A B R 38 R 28 22 YR T WD RN 25 5 7K
VRV BV TR S P B B — o VR ARV T, R
?'?ﬁj\ﬁ& 10 min,%ﬂ‘ﬁ‘, Q@EﬁiﬁﬁXﬂg@o

QR 2 TR NI T M R N2 i e SRy R
N T 50 °C F T4 12 b BT RF& .

1.3 ®EiRAERERIE

K A S H - A (TEM) X6 8 P 99 Kk 1
(PRI FIIE 28 AT W25 2R ] X SR 4ok AR AT 54X
( XRD) XA Kobr B A S SRR 38 HE 47 R AIE 5 2R
FHAZ A 6 FE W 5 41 ( AGM ) X 1 3 1A ik 47 1 M i
I 5 2R FH O B[SO R A4 iR R0 A2 23 AT i 4T 3 245
FEHET I 5 5 2R FH STA449C B 254 0 B AN R 47
TG-DSC 4347,
1.4 hEABKEEEREIEN TR

B 100 mL FEPGHR A3 5y i5 K FEBERE T A
—E R B KRR AR PAC KB W L & PAM 7K %
W, PEHE 5 min, i E IF S K BT AR AL S AR TE 1
AR U R SR A TR B A5 B AL S TS
Ko MRIE SY/T 5329-94 F1 GB11902 -89 X4k B 5
(75 K A T o i S BT i T

2 HERpWH

2.1 KE#MBEHEIZNMRL
K FHZS PR 2R | DU 7K S A 1E A8 S5 56 6 455 i [H] 2%
HATLEA T, P IEAS S I 2R 57K F WL 1,5k
FH Lo (4°) IEAE SEB0 R HESL B0 | B ORE J A4 rh i P
TR AN 15 K B S TR SRR
HEARR, LI R PEE Fe' o 10. 5 mL, Fe®* 1Y
AT NaOH ¥ AR PEG AR R XE R A
IR, SRR S AT B W 2 3,
*®1 EXTHRES

Table 1 Factors in orthogonal experiment

K-

SES
1 2 3 4
A 0. 10 0.3 0. 50 0.7
B 1.25 1.5 1.75 2.0
o 10.00 11.0 12.00 13.0
D 35.00 50.0 65.00 80.0
E 30.00 45.0 60. 00 75.0
F 30.00 60.0 90. 00 120.0

W A-BRER R ; B-Fe¥* 5 Fe? FE/R L ; C—pH {H; D-KMIREE; E
~ IR E] s F-PEG JE R

H1 3 &, 45 PR3 5 ) s U A o M s
JEM FER LR A ASD>B>C>F>E M5 K & 77
YIS BN ER KRN ASESF>C>D>B, N7 5 i 5
IMPERERRZ I Y EIRC RN ASB>DSESCSF, 704
B — PRI X 248 A 1Y 52 ), LA 328 BB 1 S g
a0

(1)Fe™ Fe MU BE M RE . BE TR 4 & it
Fih MR R AR Z P AR 20— &R
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EBE F Fe,0, KBNS B A i 75K AT P 8 5 173 -

WU Fe' Fe HMRIEZ . ANIRRXTRLEE BT i 2
EMERYE, e Fe MR BRI ZEHR R A KA,
WL Fe'* (Fe™ BRI S e EE A R, h
TAFRIRSE BRI, BRER TR BE AN RO, I o Bl
BRERWRE IR, Fe, O, LT 2B M2 R, HR R

JOL A 2R B AR S BN TR Fe?” T ARG
N G WA Fe™ A R L & A= 281k
SR YIRS TR VR ROV RN, 2 5 A
BOR, LRRBIE 3 AMER, Fe™ [ Fe®* 1Y fig il B FE
B10.3 mol - L',

F2 EXIWHIE

Table 2 Data of orthogonal experiment

Fre A B C D E F Fift/nm  BEYER/(mg- L) WMEE/(mg - L)
1 Al B1 C1 D1 El Fl1 141. 80 95 0.984
2 Al B2 c2 D2 E2 F2 105.70 45 0.980
3 Al B3 C3 D3 E3 3 105.70 65 1.289
4 Al B4 C4 D4 E4 k4 255.00 85 0.679
5 A2 B1 c2 D3 E4 F4 43.82 75 0. 961
6 A2 B2 C1 D4 E3 F1 68. 06 50 0.709
7 A2 B3 C4 D1 E2 F2 78. 82 80 0. 801
8 A2 B4 C3 D2 El 3 37.84 80 0. 831
9 A3 B1 C3 D4 E2 F3 91.28 70 1. 007
10 A3 B2 C4 D3 E1 k4 68. 06 105 0. 841
11 A3 B3 C1 D2 E4 F1 43.82 70 0.974
12 A3 B4 Cc2 D1 E3 F2 78. 82 55 0.679
13 A4 Bl C4 D2 E3 F2 68. 06 105 1.280
14 A4 B2 C3 D1 E4 3 58.77 100 0. 688
15 A4 B3 c2 D4 El k4 91.28 121 1.594
16 A4 B4 Cl D3 E2 F1 105.70 110 1.441
*3 EXIWHEIESW
Table 3 Data analysis of orthogonal experiment
Eiztan A B C D E F

K1 152. 050 86. 240 89. 845 89.553 84.745 89. 845

K2 57.135 75. 148 79. 905 63. 855 95.375 82. 850

Rtz K3 70. 495 79. 905 73.398 80. 820 80. 160 73.398

K4 80. 953 119. 340 117.485 126. 405 100. 353 114. 540

R 94. 915 44.192 44. 087 62. 550 20. 193 41. 142

K1 72.50 86. 25 81.25 82.50 100. 25 81.25

By K2 71.25 75.00 74.00 75.00 76. 25 71.25

pest K3 75.00 84.00 78.75 88.75 68.75 78.75

K4 109. 00 82.50 93.75 81.50 82.50 96. 50

R 37.75 11.25 19.75 13.75 31.50 25.25

K1 0.983 1. 058 1. 027 0.788 1. 063 1. 027

K2 0. 826 0. 805 1. 054 1.016 1. 057 0.935

iRy K3 0. 875 1. 165 0.954 1.133 0.989 0. 954

K4 1. 251 0.908 0. 900 0.997 0. 826 1.019

R 0. 425 0. 360 0. 154 0. 345 0.237 0. 092

L TEK AN 37. 6 mg/ Ly B IF S 161 mg/L,

(2)n(Fe* ) /n(Fe* ) ik, Fe BT Fe™*
BT IR IR L X R I AR s B R i 2 MR BR AR
AERIFZNR , HL4E S0 IR AT A 1 Fe, O,
n(Fe™)/n(Fe’ ) (IHE HAE N 2/11°7 T Fe
TG AR Fe' B, SEBR S 5 SO Y B L ]
S —E W2, RO YA T AR Fe, 0, MR LLER
O F AR DRI S BR B Fe® Bl Fe™ B
TR BN T EISE, K 3 F i TR &

T M 3 R ROk UL, BOEH ) n(Fe™ ) /n
(Fe’ ) HUEN 1.5,

(3)pH fEMEERE, W3R 3 B, 7E S5 ir Uy
pH {EYE I, pH (B X TR B9 h & & 1 5
Ml L5 /N, % Tk B SR Uk pH {E H 11 B 12 B
Al T EIF YR UE, pH EH 11 Hedf, 12 IZ 5 4
TR Uk, pH (EH 13 felf, 12 IRZ 5 TR Ak
(A B rp R A 2R HLA 3R Y pHL A, A fE
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Fe™* Fl Fe™* [ ILYE 45 B 4L (R PE Fe, 0, 92K
R H pH (AN RE A 5 , 75 T 1 7 A T ) i 4
b, AR R R A pH o 12,

(4) RNREE R, W33 B X TR
BIFYRYE, N IR EE AR EL 50 °C Fe b 5 % A
Tl YF, ROV IR ERL 35 °C el B 80 Cikz, HE—
S PR TR BT, A A S | N R TR
HUTTE AN TE A 5 5 1 BE T e, o S5 o B b
HLRB R IR AL ) A 1 SR, 7 AH R B B TRl Py, A
AR AR AT AR AR X A R LG Pk ke, it A A 3
S BRI AR AE X 5 0, 3k v L B ) foE VS P 1
Fe® ALY Fe'™* | PR IE$E I N IR R 50 °C

(5) S e, 3R 3 B Y, X TR
FRIFE WU, B B AR B 60 min S5 5 117 X T
M R, ROV R R A R R | O B
[ B 75 min F 4, B 60 min K2, S2H 5 B0 I
[ 7E 45 min DL_EEE FoK8CR IS B s, 25
B H 3 A RS, RO EL 60 min K EL,

(6)PEG it W BEAYERE 2 IV M R 26 i Ui
A £ 3o A v e A 8 4 S P kL AR R A VR TR
i e 5 A B e R A T B 1k A % P R 4R
FERPER™S IR R T BE MR — 2 A T fE, nT I
B T 118 R T A ) B G P T DA B A RO
SCh R 2 R R RN, S5 Al T2 RS
1 Kb P R S AT R, I 2 PR PEG My e fE
FMTEMER, K3 B Xl & R VR, PEG W
060 g - L' F190 g « L™ BT X T2 7R M FURLEE >k
PYF,PEG HEE/3HIHL 60 F190 g - L7l i1
Z43HTAT WL, PEG ¥R BEXT 3 AR FRICPEHA & F 2 A
K, BR T % & PEG WX BRI R R LR 2Z A1,
%85 PEG MMMA& B 5T, 60 g - L AL,

WAL X = AR LS 0T, 15 A
UFI I T S0 Fe™ B Fe™ (MR 0.3 mol - L7
n(Fe™)/n(Fe™ )N 1.5 & F pH = 12; ) i FE 50
°C ; SOV IHE] 60 min; PEG JEHHE 60 g - L', 7E
AR FHAT T 3 IREE S, MRS 7 kL
FESFF418 31. 98 nm, {0 FIRE R V-5 55. 82 emu.
g B RSE T ANERE
2.2 WEREMRERIES
2.2.1 EERAT A RAETH R TEM £ A

1M Fe,0, 45Kk T 5 Fe,0,/PEG 44K kL
T/ TEM B, FTLUE 900K Fe, O, i A G M0
RLEBCR RS AT — (2928 15 nm) fHi THR
SERUN B Fe, O, R [ A7AE A T AR T Fied g5 |

YERT, MG s W b i J0k: 1 SR B4R 5 Fe, O,/ PEG
HAAWARF E % -5 851, AR A
PEG, Bl (L RAR Y Uk N Fe, O, 0k, H B AR 4
420 nm, B T PEG B52)2 0/, 658 5 (R A+
Sy U B AR IS B Rk

(a)Fe,0,

(b) Fe,0,/PEG

1 Fe,0, #k#iF5 Fe,0,/PEG #kHiFH) TEM &
Fig.1 TEM images of Fe,O, and Fe,0,/PEG

nanoparticles
2.2.2 X-HEATH S
2 il % 15 B B #E AR T Fe,0,/PEG 912K
KT XRD K,

(311)

2k5 30 35 40 4)5 56 55 éo éS 7b 7I5
28/(°)
E 2 Fe,0,/PEG #XKHFH) XRD E

Fig.2 XRD pattern of Fe;O,/PEG nanoparticles

HE 2 B, SIS Fe,0, bRifERTHIH K
KR HuER, JoZs mbe B, B 7 R S — A B R
A1 Fe, 0, F0RL, PEG A 7 I A 5% i H: B 454,
XL Fey O, brifEls AT S04 I 8 SE 4k, 10 ik
B AR AR /N Y
2.2.3  EhMEREM R

B3 &% N R PR 3 AR A G 5ER HI E
Fe,0,/PEG PN KL 1k i [l 2k

M 3 F i, Fe,0,/PEG MR T 010 A7 5
JEH 55.96 emu - g7, Fe, O, BETERL T RE A58 2
BE SN S B 1 5 R I 1 K, O L [l 2 Sk AR
RSN i s T, LTI i, R
IR HR A P R TR e
2.2.4 ARSI K 5

SR T ] 7R SC B A5 RO RL A, 0
WA Fe, 0,/ PEG UKL 1KLL KRR 531
ZERNE 4 B,
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of P22 59725 A ERIE T AR 12 9 4 S 7 2o
7 ut 180 “CIEKHE & SRR 120 CIFI PEG 4
E 10f i (R TBCHAE ;600 °C 1) Fe, O, A AL 3 i 52
S of WORCHTT L% B, PEG/ Fe, 0, %2 40 K B: T 19 42
g -0 WEELH 1. 7% (ARTLABIERR AR
# o 5 T AUKRL T BT A R B AT K PR b
Sl 2.3 KERRE kR

15 0 s o0 5 10 15 2.3.1 BRI R Y

-5 0

%9 E/(10°A-m™)
E 3 Fe,0,/PEG MR ET%:

Fig.3 Hysteresis loop of Fe,O,/PEG magnetic

nanoparticles

i 1|0 1(|)0 1 (I)OO
142 d/nm
& 4 kK ERGR K B Fe,0,/PEG R Z 0%

Fig.4 Size distribution of Fe,0,/PEG

10 000

water-based magnetic fliud
MK 4 & B RRLAE R 32,67 nm, 4346 T
J£ 4 14. 35 nm, PDI {8 4 0. 289, ¥ B ki 42 50 15 7
25. 88 ~86. 68, 434 LA 4,

2.2.5 HE-ERH5H
K5 A Fe,0,/PEG G Kb A - 22 34 (TG
-DSC) Friirith £k,
0.50 100
0.25} 1P
W O £
B - 98 5
S -0.25¢ H
A
-0.50f 17
-0.75 96

0 100 200 300 400 500 600 700 800
BETT

E5 Fe,0,/PEG HKM FHIPE-ZHMLE
Table 5 TG-DSC curve of Fe;O,/PEG nanoparticles
M 5 F i, Fe,0,/PEG 44Kk 7K K, 16
120 CIAR AL PEG HYBERT 2SN , I H BE R T
5 PEG AN 23 fiff Je #UK , 75 600 °C T PEG R4 /Y

T Ao S A5 ) A TR AR i P R P BB 5 K A e £
&, EEp(Fe,0,)=100 mg - L' p(PAC) =15
mg - L7 ,p(PAM) =2 mg - L', BUSREFR AR A
U, D A 3L 5 7 AR 35 e R PR ) 2 i SR
BRI 4,

T4 EERERRE KR XS5 AR R
Table 4 Effect of charging sequence on
flocculation performance
B AR
(mg- L")

iRV

(mg- L") AR

B

PRI 2 A,
SRR, 5
Y P I, K
[

PR3P 2R
HZ BN, AR
B, S 4T K
H, AL R

)
TE V5K 319 meg/Ly BIF FEA S & 156 mg/L,

M 4 B, 7 PAC-PAM JILA RJF A28 (4%
LT, el i A b BERCR S AE . A Fe, 0, 40K
BLARARAR/N SR TH AR R TH AR &, 5 I PRl
TEYIRE A A s AU 0% W BAHE T R PR T DA B i 22 s
YERT, 15075 25 2 W B e R s A R I I8 Bk
BRI, XL AR — D58 2o R AR 1) F ey R
YEHIFN PAM (092845 2 454 HI REJE B TS5 A9 224K
A, SEIA PAC 1 PAM , FEHIARE FLAA , 375 FE:
TFYITE S5 PAC A PAM 1EHITE ii— & A3 K&
A 3 SR A B2 AR 5 i M 0 KR R A EAE 3
55, 11 HAA AT BRR IR O 28 i 2244 ANME AT R 4%
YRALTFA B R D16, RO UK AL BRI 1Y
A, PR, A BRI S ik \ PAC \PAM
2.3.2 EEAARERNZTORGF

Bt JE ) FE R P B Y5 K [ R p (PAC) = 15
mg - L' ,p(PAM)=2 mg - L, {5 — & B W RER
TR 5 A I, 0 1 D A P 5 X ¥ 7K Ak B i ) 5
e, SEERZE R ILER 5

Fe,0,-PAC-PAM  0.36 2.15

PAC-PAM-Fe;0, 5.1 12.6
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Table 5 Effect of magnetic liquid dosage on

flocculation performance

B s B/ By E R
(mg- L) (mg - L") % (mg - L")
100 0.36 98.9 2.15
50 0.52 98.4 3.03
30 1.48 95.4 5.05
20 3.21 89.9 12. 60

75K 31,9 me/Ly B IR A S 156 mg/L,

M5 B R A AT 30 mg - LB, K

A BRASCR A R AR, WA = i A e 1) B
HARKBEE KT Fey 0, GKKLF KA L 3R 18
L SR IR BT RE ) BTG P LA B ARSI S /e R
EHWCERRE R, BRIV i 2D st 2= 52 e 7K Ak B
PERE , AT UL AR5 7K 1 B0 18 B 1 LA 4
2.3.3 L5 T abmiseg R A LA
T B B AR T LA T A Ay i o 5

PR A 3] 52 e A FH AR 5 s K, 3R 6 SR K R
TR Tk A A AL BEACR LA

K6 HIRESHBEEERERLLR

Table 6 Flocculation performance of magnetic fluids and magnetic powders

FEA Jii/ (mg - L7 MWEE/(mg - L) BRME/ % EFEYER/(mg- L) PR RT [H]/min
WEFAAR+PAC+PAM 50+15+2 0.52 98.4 3.03 1.0
WK +PAC+PAM 200+15+2 1.51 95.3 12.50 2.5

PAC+PAM 50+42.5 5.50 82.8 98.00 —

V5K 31,9 mg/L; BRI S i 156 mg/L; “ —" RARIRMEDIRE

H 3% 6 B, PAC-PAM X y5 7K kb BRRL FAEE
BREIEZ NS, Bl & U R BT Y & A8,
RGBT 5 PAC-PAM & B (i FH | 5425509 i
PRIIEINGSIER /PN YNy = LI 0 ]
W46, H PAC IMAE KK, MILZ T, #
TR SERCE Jy B3 AR R Y 174, 2079
B EAC 76% , LARTUER [A] 45 /8 — 2P U b, X2
DR A R 3 A BORL B 3EK, — A JL AN ROK , B a1
HHEH U, ARMELE TS /K 350 ik, BT K
5 5K AR B AR, S BUKA R A,
WS TF 2 WK R It AR A A8 e 1 DA L[R]3 7
IKIIBEFE T REX 51 b 43 HUAE K L, 535 K b g B
Wy Kl 7031 fl, DA 35 380 547 (4 A BRASCR . ()
if H R A R TR T R Ak G, R TR
LETEINE o T
2.4 HBMA

3 o R R AR B G K S e SR AR TE
m® Tl N8 N AT o, 2e A 7= 4 bR, 47
B, A ™ St Re R, (LR B, = R E
PEET . B A 7 K SRR AR B 1 T e
T FH BT SRl R PG R, AT S K AR A
PR A
2,41 ABRAILEAHK

15K A BB B A LR 6, AbHRE 20 m’/
h, REEHFERTE] 3 min, #5325 05 8] 30 s, PAC £
i 15 mg - L', PAM 4t 1. 6 mg - L™ B AR 4%
JndE 50 mg - L',

2.4.2 RIELERHSH
T A b B BT RAh T R PG B A s AT O 3

N H IR K 7 18 A HEiEtT 14 d K
R i R TR S AR AR I

@
:
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Fig.6 Scheme of technological process of
wastewater treatment with magnetic fluid
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Fig.7 Analysis of oil concentration during wastewater

treatment with magnetic fluid
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