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Synthesis of Fe; 0, @SiO, @IL magnetic nanomaterial and
their application in the pretreatment of environmental water sample

Zhang Yan Han Xu Zhai Yupeng Cui Xianjie Xu Sihan Jiang Chunzhu
(College of Chemistry and Life Science,Changchun University of Technology,Changchun 130012)

Abstract Magnetic solid-phase extraction procedure using [ BMIM | PF; ionic liquid coated Fe; O, @ SiO,
nanoparticles as the magnetic adsorbent was developed for the determination of triazine herbicide residuals in
environmental water sample. Satisfactory linearity (R* > 0.9995) was obtained. The intra- and inter-day relative
standard deviations of pesticides were in the range of 1. 77% ~6.64% and 1. 68% ~5.05% , the recoveries in spiked
water samples ranged from 78.5% to 98.0%. The limit of detection and quantification were 0. 57 ~ 0. 73ng/mlL and

1. 7~2. 3ng/mL, respectively. This method was successfully applied for the analysis of real environmental water
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sample.

Key words magnetic nanomaterial, self-assembly, magnetic solid-phase extraction, high performance liquid

chromatography (HPLC) ,environmental water sample, triazine herbicide

R 2R I R R A T A L D A 2
B AR R R 2 — . BR BE TE A 2 I B R
3 o B e A RS T RE S BRI R 227 i
R UUREAY T AT ), R R P R R
35 25 L FIR B 0 AR LR Y R R L B g S
IR W Y RIS 2 2 KU A EE R S
B . 54 BRgT 20 L 35 25 A = R S PR R AR 1
TP AR IR 52 10 1E # D g 1A 2 = 2 H A
A 0/ T 7/ S TS Ay s o S/ R A S
FIERBE R AP A B w550 5% 8

£ 55 (4 [ A ZE B CSPEDSS [ A 3 B
(SPME)" R )92, E4rs 457 R F SPE J5 ik (8
545 R SPME 5 325 6 1 34 5% 7K B Hh 19 e 24 5%

EEWMAB  HMAEEFTHHJJKH20181006K])

BE L AH 32 B 18] BORL - 43 BT 0 A% BT 36 e BRI, 2
BUSCR ANAR . AR BETE A BE Fey O, AE S W 71
B 1% P 51 4H 25 B (MSPE) 512 6 . fH i1 T Fe, O,
YKL T 5 W AT HLZS By AR L w1t F it 7
f2E Fe; Oy BH B4 AL L TE BUHT AL W4 P W B 5
ABFE T B3R T A K Fe, O, @Si0, @
TL % M W BiE 30, SR MSPE 5 55 8% W A1 (5 1% 1%
(HPLO) A4S & 177 20, g7 T IR K rh 35 25t
VG R I S5 TR 4 o R0 1 PR S o B T . i R SR
HEVE A RS B R (1) A 45 A A AT il IR
FESO IR 8 BE v Ak S R M v RN R 8 TS Y 1 R
LR I RO R G v e A il el N - e L NN
BT R W B R 5 A R R ) A Sl AR D D

EB BN KA (1990-) , Lo AL W50 A, F2BEOT 58 75 1] Ay o 280 s P 0 KRk 0 1 B s T

B R ANEHEM.



. 262 1 T 8 B 946 &

TR T 4R T AR HOROR  [R  Rs A T A
BLIA TR F E. 92 30 3R AR O 0 R A0 iy B R
UG R R R — E S R S B
KR P = R SR R B B A R R AL T A R HOR
SCHF.

1 SLIEEHS

1.1 RXFEMEH

5 LI (atrazine, > 98 %) | 7§ %1 1% (simetryn,
>97%) . F A% (dipropetryn, >98 %) , K &\l #
PRI ST AT 5 1-T 33 L mR sk 7S U R 4k ([ BMIM
PF;,99%) , FifE UEER R,

WAH A3 (1100 R, 56 B 2 HEB A Al B
AN I 2% 5 35 B BT 2 B (TEM, Tecnai G2
20 8, JEOL 28 ®] s JH 4 fa + W 7 58 (SEM, S-4800
R, H A H S22 Al Al Bk 20 48 % 3% X (FT-IR,
Nicolet-6700 #1) , Z E Thermo Fisher 22 Al
1.2 fmigEsEH

3% # (ZORBAX SB-C %1, 26 [ 22 $ 18 2>
), 4. 6mm (N ) X 150mm (K &), #H B B 12
Spem, SN AH A BB/ K (84 % /16 % AKFR L) L i
0. 5mL/min, HEAE A 20p L, KEIRAE A 30°C . 43
HrEFIE] 2y 15min,

1.3 LBHEH
1.3.1 FEWH EMH Fe, O, @SiO, @IL 8 4] %

T, o K L A Fe, O WM 40 K KL
T, FRER 1. 35g AR A E AL B TN,
A 40mL & B, P A 3. 6g Jo/K S BR Y . 56 &
WIS R BRI O e v 2. Bl S #E 200°C
ZAMF TRV 10h, B H G H S B oh k. 78 60°C T4
R TR

SRIG S I IV e -8 Ji 125 I Fes O, @SIO, i 1E
R, K 1g Bl £ Fe, O, #ETEGOKR BT
BTRM . IA 50mL 228 F /K. 150mL £ BEA
SmL 2K, BEFE A B &N A 50mL & A 2mL
ERERR O BR (TEOS) 9 & BEV W, i+ 8h, Ui 45
WJE TR AN G 37 WA R T OB A ) Fe, O, @
Si0O, M ARL T 708 12k, I Tmol/L HCI, 2
BRI O W 2 vp v T LA TR TR

e A B R B K MR L G 4l )
Fe,O,@SiO, Fifi. FKHL 0. 02g Hrifil & ) Fe, O, @
S1O, WM K R+ E T B E T, A 2001 5
T BMIM ] PF, . # 7 30min Jf- /A Wi 7K b 9k
PR E B FIRAR ) B 2 %e . 38 i 0GP Ay B R R R

) Fey O, @SiO, @TL 40 K KL T 78 H 25 T 4R A8
R,
1.3.2 MSPE i £

FREC 20mg il & 19 B4 M 99 K KL F Fe, O, @
SiO, @IL, A 50mL FREEKEE R BEARH L UKK IR
TERE 6min, 7E T AR B A R B 30 Pk N
KRLF R, ZEHES G 0GBk BT e AR S i
I o ol 0 P R RO R TS A ARG 3 B 1 )2 KA 5
W REEIELE T AmL W HF BB A 2min, R
FR A DA A A R 5 B ke TR i AR R A Y
PR IV o BB 204 Y IS VO 50 V) 0 K 2o 0B BE
# A HPLC #4707,

2 ZFR5iTR

2.1
2.1.1 TEM &#
Kl 14 Fe;0,.Fe; O, @SiO, #l Fe, 0, @ SiO,
@TL BEPEAN KA 7/ TEM K, H KA A, Fe, O,
MM A0 KR T B H AR 2N 200nm, Fe, O, @SiO, #f
PR 9 KK T B B A2 29 K 300nm, Fey, O, @ SiO, @IL
VLA KR () AR 2928 500nm,
@

™ v)

500 nm

El 1 Fe;O,(a).Fe; O, @SiO, (b) fl
Fe; O, @SiO, @IL(c) ) TEM

2.1.2 FT-IR 5 #

Kl 2 K Fe,0,.Fe; O, @SiO, K Fe; O, @SiO,
@IL # FT-IR 3& K. M & 2 i 2 Ca) 7T H,
600cm™ "4 K Fe—O—Fe FRAE M Y, M 2 fifi
28 (b) Al 1, fE 1110 ~1000cm ' 4k Ky Si—O—Si #Y
s P 2 0, Ul Si0, BT B Fe, O, #E 7E 94
KTy Fm., M 2 #h £k (o) nl %0, 1570 Al
1470cm ™" &b Sy Dk i 21 55 14 14 B 2 W g0, 1170 M



%5 6 A Fe O, @SiO, @TL RETELA K B RE Y G 0 B FEAE PRIE K R AT Ak 28 v b B4 1z T .+ 263 -

860~620cm ' 4tk C—H 1A N 25 il Wz Wi s Kz T8 A
5l g, B T A L T Fes O, @SiO, @11 44
KR T,

BELERI%

4000 I 30I00 I 20IOO I IOIOO
BB /em™!
K 2 Fe;O,(a) . Fe; O, @SiO, (b) Fl

Fe, O, @SiO, @IL(c) iy FT-IR ji& K

2.1.3 HAhWZ

Fe;0,.Fe; O, @SiO, il Fe,O, @SiO, @IL #y
FiR-wE AL M2 UL 3. W BRSO, T 9Ok R T
Fe,;0,.Fe; 0,@Si0, K Fe, O, @SiO, @IL Y K
T TG AL B BE 45 B 62.19.58. 54 K& 41. 32emu/g.
MR Fe, O, R A AEREMER SIO, A1 IL J5,
il 20 KO T ) e R R0 Ak i BE A T T L L
ATy RE ML) 58 WL R 4 5

601 mmmmm———

] b
40F Jromsennag=es

o /
:7[

40 oo emnmmnnee®

v
o

HFREAL IR E/ (emu - g7Y)
5258

~100 . . :
-10000 -5000 0 5000 10000
5/ Oe

E 3 Fe; O, (a) .Fe; O, @SiO, (b) Fl
Fe; O, @SiO, @TL (o) 1) 25 1R -7 1k i 2%

2.2 EEEMHMMRK

T 3T 2 4% I R T Y [l S 2 Sk 5 R e I 1 AR TR
M.

T 1 ORI 70 e oF Ik R [T WA R AT — o R
I3 B 10,2030 F2 40mg Y Bk W BR300 45 KRR
Pl 526 K B2 1 P W B A 20mg B B 5
Ml e A DR, S B A T B R0 FH Al 20mg.

82T AEASTR) ) A& BU E] P9 (1 ~20min) , B 5
SR A AR I B . 20 R I AEVKOK T Y, 2 3
YSCHSE (] g 6 min B 53k 60 760 [l e 38 36 28] T f KA Bl
A HSF [ P 348 o I ) T e R A B W AR k. I
Ub L 9 6min S H5 HE AR B ]

YRR ) O T B R R A [T R A 2 AR
M) S0 v VR B ) Y e AL 0. SmL 32 7 1

F| 6mL, A EBER A & 4mL B, B R
MR AE fe K. P, BE 8 AmL by U B 700 19 4 1
i,

BTN [6] WY 6B R] C0.5.1.2.3.4.5 F
6min) Xf T BR B ISR 52, SCE & B, Y AE
0. 5~2min i [ B, 5% 20 50) ] i 26 i B[] 7 38 K i
B, M FE 2~ 6min 315 L, B 50 R0l b s (]
B3N R A . PRI, 35 R SR AR R A [E] 2 2min,
2.3 wg M IR B R RO TR IR AR 1 A

R 5 B BEPE AN OK KL Fe, O, @SiO, 1Y
TESRF GO, B 1.3, 2 Lt 8 k., 45 R W
N T A 8 U o B TRT AR A AR 2 1 R A
AR KZm, WG K Fe, O, @SiO, 42 J

VIR M.
2.4 FEEZETLE. KHR. EER. BKREER
E5h

FERAR A T2 00 25 1R, X 55 25 e LV R ¥ R S
P TAERNZe, 45 R L3R 1, H &AL, 3 FhfR
FRM TAEME R A R M&tE HCRE R B
KT 0.9995, Kt BR A SE & R 2> 5 K 0.57 ~
0.77ng/L 1 1. 7~2. 3ng/L,

F1 REFMEEFE QHRMESR

o RPEER/ e KR/ ERE/
Hsd e i 75 i y
(ngeml 1) ZHR? (ngemL™") (ngemL ")
. y=2.25425x+
FE 5.0~500.0 0.9995  0.57 1.7
1551. 371
. y=2.13226x+
PEES 5.0~500. 0 0.9997  0.73 2.2
1843. 690
y=1. 00694z +
W& 5.0~500.0 0. 9998 0.77 2.3
373.511

®2 RENEFRRRETHHAMBEFEEERDWE

(n=26)
e g/ H YA % B ENEIE L
Hir¥
(ngemL™D)  [lfR/ % KEE  WR/ % HEHE
F5 R 5. 00 99. 76 1.77 98. 74 2.62
100. 00 99. 04 2. 00 98.13 2. 82
330. 00 98.53 2.06 96. 94 3. 69
iR 5. 00 99. 87 3.22 98. 56 3.34
100. 00 99. 80 3.76 99. 87 1.68
330. 00 99. 83 4.32 98. 09 3.70
SR 5. 00 98. 06 4. 69 99. 14 2.09
100. 00 94. 55 6. 64 96. 67 5. 05
330. 00 99. 60 4.53 99. 32 2.08




. 264 1 T A R

#
gl

2 N1 3 bR R AN W]V BT 19 H O AN
H )4 35 B K2 [l (n = 6) A8 AR B 0 . p 6 ml 0,
H N K H ] f0ks 25 5 (RSDs) 43 3l 4 1.77% ~
6.64% M 1.68% ~5.05% . 2B I7 ik 76 K I 4
BE 7K B v (% 5 75500 5% B2 Oy T LA R A B
2.5 EERKEESH

R T 25 BEA Ty Wk R RO BT AT 43 S ]
ARTFIE BT K A ) b XOR 2 B IR K FE . AR T
5 B RS DU B P T A KRR B SR AR I B 3 R
F o SR 1] 55 bR IR B8 7K R A in A B B A o R AT
W o 52 B PR B 7K R v B3 500 ) Rl L3R 3, A
) 0 B R bR A L 25 R AR KRR B0 B B 45 K AR
RN WANG N

R3 KENHSWMER (n=3)
TR G i/ Gl be:
(ng*mL™1) ¥k G SN
FES 1 10.0 89.1+1.5  91.0+4.3  87.34+4.5
20. 0 87.3+2.0  89.2+5.5  86.5+-1.6
200. 0 90.445.3  91.246.4  91.8%3.5
B 2 10.0 92.142.8  92.44+4.6  88.3%2.7
20. 0 90.64+2.3  89.1+1.5  91.8%3.7
200. 0 91.04+4.3  93.840.9  90.4+5.6
FER 3 10. 0 86.5+1.6  81.3+5.4  78.5+2.9
20.0 91.246.4  89.24+5.5  83.043.2
200. 0 88.3+2.7  87.7+4.3  79.343.1
B 4 10.0 90.642.3  95.844.7  84.4£5.6
20. 0 94.242.6  98.0+£1.6  88.3+2.7
200. 0 93.543.9  96.8+4.1  90.1+3.3

Hi 2% 3 AT WS N 3 R BRI S, SEBRAR S
Fr 101 3R AE 78,5 % ~98. 0% =22 i) , iF B A< 52 36 & A
V1A A 09 DK A R A OSSR L A R ) 5 B B 8
JKEERRTIN , F D 4 RN, 3 R R A AR A o
VR 0 23 3 A SIS P 00 DK A Rk A LS ) 3% 1] G P
BT B NS vy s R T T

60,
50t
=
240—
o 30}
E‘zo-
b e o
10t o . .
(AR IAC RV
2 4 6 ] 10
B} [8) /min
Bl 4 bRERT (2) A BEAKEE (b)) FUIMBR FR 5K FE (o) 1)
WA €03 7]

3 Hit

AW 5L LA Fe; O, @ SiO, @ [ BMIM ] PF, /£ &
MSPE 1) i P4 W [ 770 28 B 1% 7K R v i [ o 591 3%
B, HPLC &l . FERAEM S0 55 T o 1
IR 7K v = 2% B o 5] %) 0 2 B v O T SR
B il 0 o F T M R B SR T DA FE R AR TR
S IR HUE PR R AR Ty i EL A TR e L R
JE e R a8 TE S Je SR AL, O HOR IR KR v =
J5 IR 0 B B L A I BRI T — Al AT R Y Ok

S % ik

(1] EWeH. EBEE ZBRARRET G50 kot Rk,
2011,50(5) :320-324.

(2] T7E.35 5 Hout -+ HE 6 A o V% 45 S04 + 2 B L1 3% il
[CL# % AR A K%, 2012,

(3] FaAR.ZM, D v b RO € - B 006 U % ok ) 2 vp 2 b vh
SMEAE RTINS = RS BR R A B B (T, (%, 2013, 31
(3):191-199.

(4] B4R TEREE, HFSCR, %, SPE-HPL % 5h B I 52 K S
10 Fife 24 5% B L) . SR & A B 42, 2013, 29 (10) £ 2547-
2553.

(5] SRA&E.ZET, 295, 55 0 A 2K B v A0T0AA 3% - 5 06 3%
TR E AT 105 FhoR 2558 8 ()], 40 A7 il 5 % L 2015, 34
(4):433-441.

(6] WXUAMF. KA, 22 BBl SPME-GC-MS B¢ JH e s 46 0 o7 41 i3
KA AL L) A B AL ,2000,19(1) . 73-78.

[7] Tzosah. ik Z5M, 55 K IREE b 15 Fh oA 24 5% B 1 ) A1 A B
T M € 3 4 T O 8 (1] B B4k 2. 2013, 32 (8) : 1584~
1585.

(8 Hfh A BR DL UL, 45 % 1] A 2% -0 638 - K 0 Ol BE 4
I66 FH 52 SR i AL A 25 . 248, 2014, 32(10) : 1131~
1137.

o] #JelE, BERA, B, F MME5E Fe; O @SiO,-Ag 44K
LT B 45 KM RE W 5% (). 4k T 37 B b1 kL, 2016, 44 (2) . 49-
51+54,

(100 k¥, AHE S, k& ME, . Fes Oy @ TiOz & A 49K FUk fa sz
Pickering FL A9 G TE XU 13 B 5 [T 1.4k T8 BU A4 4, 2016,
44(4):155-157.

(110 BETRFS . AL R M 5 O /K 07 A 0 SEOR0AR 8 3% 7
FE PGS I Z R LT 48 BT ik, 2009, 37(5) :685-690.
(12] WESF S, % B Fes Oy 29K 4 BRI BF 5T 2

JELTT AL T B R4 ,2015,43(6) : 10-13.
Wi HE:2017-02-17
f&f HHI:2017-04-14





