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Synthesis and determination of iron-iron oxide
core-shell nanoparticles

Student : Shi-Ri Lee Advisor : Dr. Kung-Hwa Wei

Department of Material Science and Engineering

National Chiao Tung University

Abstract

In this thesis, iron/iron oxide core-shell nanoparticles have been
prepared successfully by a reversed-micelle method. After purification
by magnet and centrifuge, the core-shell structure of iron/iron oxide
nanoparticles was characterized by transmission electron microscopy
(TEM). The oxidation state and the composition of the nanoparticles
were determined by energy dispersion spectrum (EDS), electron energy
loss spectrum (EELS), energy-filtered TEM image (EFTEM), and X-ray
photoelectron spectrum (XPS). Magnetization measurements were
performed with M-T and M-H curves on a Superconducting Quantum

Interference Device (SQUID) magnetometer.

The iron-iron oxide nanoparticles can be dispersed in pyridine by
the dipole-dipole interactions between the hydroxyl groups and the
pyridine molecules. Moreover, a hydrophilic surface of the particles can

be obtained by the surface modification with olic acid as the surfactant.

The self-assembled iron-iron oxide/PS-P4VP block copolymer
nanocomposites have be prepared in pyridine. The iron-iron oxide

nanoparticles can be sequestrated selectively in the P4VP domains of



PS-P4VP bulk samples and thin films. The structural long-rang
orientation of the nanocomposites could be obtained by the application of

a magnetic field.
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fon
)‘7

7 s A
W FHER e Vb AE LAF AT H3 kS 10 nme

(w3 s nme Rl g  gr 3ty FasrFLme oz
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|

g R BN R REEE R B Mg R Y R

¥l

-

RARAAZ T AN BT RS EER T RPN H ST L AW

BT WA BRI BEEE gazrr%gg% I SOXDN
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1-4 2z ¥ pok/#. 38 % & F (Block-copolymer) 4f & 14
;ﬁ“g} AFERIFARESAPRAZTE DT PFE o B A b4

Mg A+ HPAEEAR - EF LA F Y > AL T HNE AFHF

ﬂ'u—

TR AR E AT HAY AR D b AT R B

TARE BAER S TS B AT HEER AL AR
{ﬁ_/%fjﬂjﬂ m 3 :’\'/Fh, Fg(mlcelle)lp ”*Q ’ Lélb g E] B l‘ l“" (Self—assembled>

A 4 R iz F sdp 4 3% 1 (phase-separated ) (1) 7 g %

N

KR T2 WP B & <] 5 & 10~100 7 K

ZFopme MR LD AT ERLIE Y o

&
i
il
_\_\\
o
=
S0\

A

N e IR VIR " SR o

ETIRS

E R
(nano-mask ) ®'?? > Jg* &% f s 4z (lithography ) @'+ %
Repire WARFEN KT A3 AT BE NG LT F
Wi i 2 F ¥ (nano-template) P72 ® % &4 25 F £ % (metal)
@122 . £ i* % (metal oxide) ~ 2 F £ 8 (quantum dots) 'L 7|

(arrays) M8 B3 Akg ~ 22 B* o



[

Prh B R A S RS RS il

"'JH-

Ex §- B3 4D

3L o o 2 is H& (Magnetic Dipole) R % > Bt 2 f k3 A0 %

% B 8 > @ Frederic S. Diana 2003 # 3% 1! 4 PS-P2VPicPe ¢ & = 4%
(Co) 34 #F > R AWLRENRED o - a3 A AT

B A HCRE R A 3 K 3 g0’ <1 & 1 (Size distribution ) 0 I ¢

- BT 217

3% Tenit* (Stabilizer) o ¥ ¢h > JI* B\ g 4 F FRE 2

ETIRN

AR T DRz K B S0 § 1 4 (Fe)05) s e E ok B

H+ i 49 M PS-PVPHc e i s Hio - 5.5 § T (02 Plasma) /& 32 {& =

sl O o d LT e MR A R A A KA T S R
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*LHD A T AN L R E R -
AP AR R K Mok FADR B OF Mok B B 2 R
BLO o A A F2 -F MR KR T IR TG 2 B L 0 de
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(EDS)

FEETCY S
i (EFTEM) i

20

,bi,a;g/,\ﬁ
:  (EDS) :

Thin film

. Fe-FeO,/ i
. pS-pavp |
T

Fe-FeOy /
PS- PAVP

L g (TEM) |
EEEREE

(EDS)
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1. Cetyltrimethylammonium bromide (CTAB )

L ;T\: . C19H42BTN L 'E"_ 1 364.46
BR D Z=96% #igF : Fluka
2. n-Octane
A ;T\: : Cngg L 'E"_ 1 114.23
AR 97% @7 : TEDIA
3. n-Butanol
AR i\: . C10H190 A+ ‘E&l‘ 1 74.12
AR 1 99% #¢ 7  TEDIA
4. Sodium borohydride
& %+ 3% 1 NaBH,4 A+ E 137.83
R 98% ®:g % : Lancaster
5. FCSO4 b2 7H20
& 3 3% 1 FeSO,4 « 7TH,O A3 1278.02
BE 99% @ : SHOWA

6. Oleic acid
A ;7\: . CH3(CH2)7CH . CH(CH2)7COOH

A3 28247 R @i SHOWA
7. Pyridine

&30 CsHsN AR 1791 8k 115°C

%A 0.9819 g/em’ MR 99.9% %% : TEDIA
8. Toluene

A3 3% 1 CeHsCH; A3 R 19214 8k 1 110.6°C

% & 0.865 g/em’ R 199.9% %% : TEDIA

9. Methyl alcohol
4% 3% 1 CH;0H AR 13204 AR 647C
% & :0.791 g/em’ R 199.9% #:¢ 7% @ TEDIA

10.PS-P4VP (polystyrene-b-polyvinylpyridine)
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(1) P3199
PDI : M,/M, = 1.07 -
A3 R MWps/MWoayp = 557000/75000

(2) P111
PDI : M,/M, = 1.15
A3 R MWps/MWpavp = 19900/29400

i 7 : Polymer Source, Inc.
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BRED
2-3-14H-F M4 2 K PERI LS
CORETY

1.

fie B i fc®e (reversed micelle) % 3ui3 % -

P~ 1.8 g CTAB ~ 1.5 g Butanol %2 6.6g Octane % ™k A3g ¥ -
WL 9 WA

P~ 0.107g FeSO, » THOZ BEFRFLY » MIFL F 54 T 2 4 »
0.72ml 2 33 -k » B TS5 -

B2 BIALY Ao 0 BB e R 2 B RID g R
A R R LS I

P~ 1.8 g CTAB ~ 1.5 g Butanol 2 6.6g Octane ¥ " * ¥y # - 3z
BT AR 48 0 F 4 > 0.054g NaBH % 0.72 ml3 &5 -k
FYRBR I IEI R EBZRESP R -

FHIILMEBREEP BRME e r hIAfE R

50ml= & P %/TERERRT 2 HFOZ A T f—i
SRR G SRR B o I 20 A4S s BOAMK S o

AT I T B o T BB I AR AFLY 0 e T AR AR
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ABRTERGS A4 L BT R At B g
pBR o EAF R
0. MAR AR T Reh2 d FM L E 2R B AR -

102~ gz i B ITApM 2 #ET 47 o

0.72ml 0.5M FeSO, aq. 0.72ml 2M NaBH, ag.
\ 4 V}
1.8g CTAB 1.89g CTAB
1.5g Butanol 1.5g Butanol
6.6g Octane 6.69 Octane
Mix
60 min

v

lron-iron oxide
core-shell NPs

A 4

Structural/elemental
determination
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alrg
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S
\ 4
4y
(w
|
(-m\ﬂ.
=

I micelle of
2§ |CTAB sz sk Fe*ion
\jg.\,\ d RS A |
(J- + — 3 ; ?'f’::; A \3}’,\\
$575° \ 31780y oo
g N I BN R
oil phas 3
FeSO, aqg. -
Solution |
I = I micelle of
Wedelr
‘H% o % N 5);,‘;’;?@:; reductant
3 'sf\'— * 1 e o
J); A J Mg e s
PN AN By
NaBH; ag. -
Solution 11
L\'\f.-g- ¥ ;‘if&-\ S '\; s
3 o o S s S i S SO
S | S 2 i | =25 25
38 Se5% S S g YA
AT A 4+ »:’}*F% J;’gv
Solution | Solution 11 /

iron nanoparticle
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2-3-2 % & i3 4&F

(=) ™ pe (Oleicacid) G d 13 4F2 F B 3

l.

o 2-3-1 2 4 F 1~5

A

PR R

s —

39

L RBIEFLF 58T W2

15 AR o b 3ml ik o

| pEEE B E 2 2000 rpm B o

FH R BT AR A o

£AF 2-3-1 2 #H 3 7~10 -

0.72ml 0.5M FeSO, aq.

0.72ml 2M NaBH, aq.

Y

v

1.8g CTAB 1.8g CTAB
1.5g Butanol 1.5g Butanol
6.69 Octane 6.69 Octane
Mix
60 min
Iron-iron oxide
core-shell NPs
add OA

Iron NP-OA

Structural determination
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2-3-3 ®| % Fe-Fe,Oy NPs/PS-b-PAVP 3 % 4 & 4L

(-) F&HA2

1. P~ Smg 538 2-3-1 #3 1~9 FR2 & 43 3 ml reg
(Pyridine);a ;% # o

2. AT ARTERS P > 12 3000 rpm o 10 A4 B
K24 B

3. & 4er 3ml e AR 0 B30 A4 -

4. 123000 rpm &t 10 A4k > Bt K 2§ EM R -

5.5 Iml #3453 0 4 » 5mg S F A 3 PSPAVP
(P3199)> "L ARTER 10 | pF - ¥ 8 B 2FE60C -

6. Fﬁ‘lmlﬁ,ﬁﬁ4i%‘\il’§ » e » 30 mg BV F 4 3 PS-P4VP
(PI11)» vzt Ak BF BR 10| > 8 & 4 & 60°C -

7. HFS 2k mRr L rickda? oA ERE T 12
A BB ED 150C -

8. HFO2 FFIcr Zdcksfay MW ENL T 12/ B>
F BB ED 150C -

9. BN HIT & der Iml Y ¥ IR ARTERL
s F DI4ERSF R o T TEM S o

10.2~ 419 3% 8 o0 Po— R 1P WoiE (TAZE 2 B {8 1T TEM &2 o
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(=) FEi4emH

0.72ml 0.5M FeSQO, aq. 0.72ml 2M NaBH, aq.
1.89g CTAB 1.8g CTAB
1.5g Butanol 1.5g Butanol
6.69 Octane 6.69 Octane
Mix
60 min

lron-iron oxide
core-shell NPs

! add pyridine

Iron NP/ pyridine

add 5mg PS-P4VP (p3199) add 30mg PS-P4VP (p111)
v v
Thin film of Fe-Fe, Oy Bulk film of Fe-Fe,Oy
NRs/PS-P4VP NRs/PS-P4VP
Structural Structural
determination determination
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2-4 R B AT
2-4-1 7 # ;N7 B4 (Transmission electron microscopy, TEM)
AFHREAIY 2 2FENTF HAB > ~ % % (1) Hitachs @
#i$ 2. H-600 (% + ##L,% ) ; (2) JOEL2 2 %1 2 JEM-2010 ( % %
Ao fH? o) (3) JOEL= & flig 2 JEM-2100F (2 = 7 s #2147
BH 4%z STEMZ # % 2 1 (1) H-600 TEM 5 @& %%
Bpcs T Ad B oRanRg e s KERFRES
BISAFTNTFZRF AT EHRECHRSEER SR> 100nm) -
LPEERFPEELRPEERT I ARPIF LR 2 P ifo &
BAUETRL 100KV ArEmy? > )t SIREIL B RBERME K
IFEHNAFE LT EE m,r—‘{(é:-ﬁ_ °(2) JEM-2010 = B2+ R % & &
M4k (High resolution TEM, HRTEM ) » 12 H 8 = @b i (LaBg) &
SBEHTF A B R AR T RS 200KV * KELEATE 22 7 F R
+ A g4 o 4 R Bt EDS  (Energy Dispersive Spectrum, it
B AR kR ) #av 0 EDSE AN F G X-rayte Bl B TR R G HLR
Bl REVET O~ M Xeray i £ 0 B-R LS Bk T EDS e
150 FREFARMC R & R A AT FI kA EER R N kT
% &= 2 (3) JEM-2100F 5 #-% 4 7 % ;% 7 & 5 icst (Field Emission

TEM, FETEM) » 12 ZrO/W (100) schottky type (3% &%) 5 7 3 ik »
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Ik

F % 2 kg g A T Y R BT RIRT A R TR Y
%22 (Quantum Tunneling Effect) o #* ik % B 7 Gatan Image Filter
(GIF) s 3v > 7 @@ + s £ 4f £ £ 3 (electron energy loss spectrum,
EELS) A 47 o % » ST S HERLPF > 5 - 300 ¢ 44 BP4HT 3
(elastic scattering) > - I > P & ZE5E M $7 % 7 F (inelastic
scattering) ° néiﬂ" ERTF g4 fﬁd TR AR k2t

HHf

=\
By

B AH T+ 0 BEETF 4 (EELS) » Q7 iE- 7

|~

B 4 PR AR RS REaL o F O L REBT
Wi BiERT 35T 7 K ics (energy filtered TEM, EFTEM ) o jf »
KEHF P RAFDTF S LEIHRN IRD A G LRk
(mapping) ¥ -

% TEM &5 3 2407

(1) Fe-Fe,O, NPs#: & : B~ F 5. k> % 2-3-1 2 A4 3
fRipi? > URFABTER 20 ~45 0 £ #p 3 %F & 400meshss
FAR e oo

(2)Fe-Fe,O,NP/OA# 5 BB E 5. F5% > 2 2322 4% 3
TEEARY > UARFABRFT ER 20 A48 £ 3R F & 400mesh
SRR AR e b oo

(3) Fe-Fe,Oy /PS-PAVP & %4k & @ %49 % > 2 2-3-3 2
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Fe-Fe,Oy /PS-PAVP thin film#k & F > 4v > I1ml® ¥ > NEFART F
| BEES 0 F ] 400mesh4gad 4 e+ o

(4) Fe-Fe,Oy /PS-PAVP ¥.4 & @ & 7 % > & 2-3-3 2

= Z

Fe-Fe,Oy /PS-P4VP bulk film#k & - TR (S AT 7 BT

oo B B4R B8 T 400meshdspt 4 e b oo

P TEMBEEHUE RS F 8 2B %07 A3 R T

b
F_L

%A LT TEM & 17 ©

2-4-2 X-3k & g 3 it # ik ( X-ray photoelectron spectroscopy, XPS)

XPSz A RILL I g XL ARM P LG Fr FtX-£n £

AN RZEIE TS REN (By) 0 RIZT F Va8 5 p o

N
=
EN
}2\4
&k
=
X
a_.
=H
44
3
P
—
ud
ks
_:;l
EIS
>J
K
E)
g:n
S5
M-
>S1
=H
4y

GARIPRER) DA RE SRR I hR T

AT 2R AR AL F R B2 15 KT F L R R

AR FEAFFELRE? © PHIS600 FX X X T+ i

iR BES-F BB AR R R PR AT 2 X
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kR 5 Mg Ko (1253.60V)  F it 1 Arvdps stif 5 (F% B
L5 nF VK)o ArtREfena (F 3R 24KV B 2 25mA 0§ R

4 54x10-3Pa > BHPEFF S 24820041087 2B o

Bl 2-1 £3+ %2 RhEZ7 3R

2-4-3 ¥ § 3+ + He & & (Superconducting quantum interference
device Magnetometer, SQUID )

AP FESEF K w2SQUID - ¢ &k B 3 QUANTUM
DESIGN 2 # %3¢ > 413 5 MPMS5 > g i F £ P2 R & = B &
2K~350K » 3 # ] 5 10 Gauss~55000 Gauss » 7| £ 4-3 1 48 7 51 ik
B2 B VRETETEFYRE A RERT OB BR o

REZF T HREJI* REEFFH~2OQUID)R & T 7

TR ME LT ERNRERBEC IR RE o L ERE
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AE B AEE TR ARG OT IR SRR

Bl Tk @ gac, F v v AR R BEI L R ER S
WEERTIAN L BRE WS TR TR RE BRI RERSEE
WAREREP - BE R BRESAREDRE - R EEHE

TRRET AL EAE

B3 R R R RS AL BT A

mq_,/n l’ﬁgll‘ ]E}f‘.’" 15 Efr%{r'm@;]—ir}(f’o)
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Y2 F BEIHW
AEAEL AT BIIFATE A2 3 RS EAE R
2 MRE B AT o B F - P o I ke £ -5 T4
PR R Ok Bk fs o HFEd TSR S A TR/ AR
4 K/ £ £ % % (TEM/EDS/EELS/EFTEM)#% 34 2+ 2 5t
Hof2 SHES o gt b s L R XPS A 4 1 FR A A ok ® 4

L2

S A TR BenE AR A BN A% 3N JEd e

\1-

Ik

+ + g R (SQUIDE R & ) & RIEF b R (&1 F gz o
) 2 ZFC-FCo & (B  F¥ER 24 R ) ¥ FH&foa it F - %
B4 3 i d v 8 R (Blocking temperature, Ty) % 2 F ok z 2
oo 230G R 5 FAI &G QAR R4-F BB KK
T AFCTT PR BA Y c F xR LI S F A p Bk

Bl B N5 CBPRERZ L o/ BEEAR AT AR

NI

BAE S B R A MR S F PR S Mol A
B o Bofs #  h b gl FEANF AT TF b v A2

ol 7}% e ] ¥ I TEMBL % ﬁf%’f#—i 2 g
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3-1 Fe-Fe,Oy NPsz .3*—1*#_& = A 3F 3
OB fRATE 2 20 3 K ok l'?:";f;ﬁ_‘f‘;:‘i—-f# SIS AN 3 ST & 1

f = f1* TEM ~ EDS ~ EELS ~ EFTEM ~ XPS % & 47 &k % Kk #2_

-

H Ex o™ o

3-1-1 3 % X § 3 A4 (TEM ~ EDS » EFTEM)
TEMEEZZ Ak BHEHE L1 52 - > 2§ 3-1 TEM® i
TR BR8P R B A Pk

B AR ET AN BGFE > AT PR S R RS BN LR SRR R

<

CERTFIFERRMEA AL RB P oo g b AP R A
%1% 3% % (Energy Dispersive Spectrum, EDS) & # % 2 fp 3+ ~ 2 &
= > EDSHEF|* ¥ it X-rayte B B T4 B 5 5T B < o) Kk 287~ 5
Xeray hiy B (F AR¥ 2k £) > %2 3 L4535 Bk 5 EDS B4 47
FERAHEMKTE AF S L LT T RFT PR KT AR
e B 32 WA g2 ke F cPEDSsk o ki § 4 (Fe)-F (0)-
4 (Cu) 2 gt (C) s Bh» 2 7 4 ~ s el 3L kR A & § 45pdp 4
dpt v pra iR F A d 2 E L F e

Fooko A w e G £i§g T4 (EFTEM) B (] 3-3)¢ #

Ptz ARG 2 A FZ AW B 3-3 (a) 5 B4 4 e (Zero-loss
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\

image) s LS A g.@zlﬁpp ‘”’iaﬁﬁ%wfm FiiEm I’%»E'ﬁ%‘/"%w 7]

l
|

o2 SB A FO B T F At 0 Flet b - 4 TEM #2062 F A 5%
F{cip ¥+ (phase contrast) - Bl 3-3 (b) 3 4~ 4 i £ 97
3 map = 2 B > T L4z % A 58 i (Fe mapping) > o 2 8
P T OB RP ARSI A f R ol 2 S R B RE R

AT EBAEFNNE B AERAE VI B 3-3(c)
v

M F g oeE A 2 2 (Omapping ) @ $H B F A PR
g S A I TRl SRR L O B I iR g 2 7

3-1-2 & + st 4 # (EELS)
FOMTIREFESE G -4 ¢ A2 BB AT+ (elastic

scattering) » ¥ — %> B & 2R3 42 4754 T+ (inelastic scattering) » & 4

i

\-'-H
=3

R S ERE TR R BRI R Ve R -

@LS AT (BELS) > M7 e % 1 BH e~ R AN 4 7

—\\

Faon g Faipk ol - B34 5 3 4 k+ 2 EELS %3¥H -
BlP 7 pgsr e sosg 2 of k+ ¢ 73 Fe ~ % 0 flm it ke gy
Hw gz FpF P Fe2 § it o@v i L. TEM 5 % #£3 & 5] TEM
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REOR I RAaE 2353 2L 3 REE > & xR EELS

=
(<l
Ik

%)-Fe ~% & EELS k¥ + 24 chcount % /) R E X353 %

Em

RF] e Flt Al g D XPS k@R Fe § i

3-1-3 XPS
IXPSE AL BT A BR B R B AR Ak

MrERHFR SO G SN E R S 2 Kok BB 3 B

-

L ity 2 B 4k > ARF hdF B 1L FXPSA T o A XPSA 47
CE TP - 3 2 "f Lo R e O AXPSE R o gt vt l%gd 3 R b
B R REEFEAT B35 2T E R 2T RS
IXPSiE4F B (Survey Scan) Bl (Binding energy = 0~1200 ¢V ) »
ki d 3 PR SOFer OL U5 o b - k& WFh § Bl
700eV~740eV » %k £ jplFe 2pi#sst L & it 2 fFgiE » T Scurve fitting
2 %% 4Rl 3-6 7w o d BT Ao &P 7 F Fe (0) ~ Fe(2+)2
Fe(3+)®V o 2 & ) XPS % 22 K EFTEM @ 3| 2. & % (¢ w45 % B
BE ) VRRARES P e SRR M E S (FeO) =
% (Fe,03 27 FeO(OH)) & i3 2 § 148" §13-7 & 4 s 4 W5 -] 710 1s
R &R B AT (8 fcurve fitting2 B % 0 T O R “,’TT A

(FexOy) 2 % @5 7t » ;85 OH A ¥ ch 5L > d 2t & 55 FeO(OH)
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TG AN A RT P o

2 R RS W RER G A R F RS
17 o Bl 3-8 5 7 RS (sputter) PFRF T BLE Fe 2p 5L g b
B BRSSP ARE > Fe (0) 2 350 4p 5t AXP &8 > @ Fe(2+)
2 Fe(3H)mM B s R PIAR 4t " M 2 2% "V A EFEFT &4 5 2
Fe(2+)% Fe(3+)> @ p & 5 % § & it Fe(0) > #* & % & &2 EFTEM
FERIpEE -

B39 (a) % 27 FREPFFEZO IsHEE DR 2% 0 B

3-9 (b) 50 (FexOy) 20 (OH) 2 it &

5 R ¥ 7 I R ST pE R 20t
# B -0 (OH) B AEAEFBRMFFM4em &2 > 50 (XO) R FIR
SPER R 4em B de o A P XPSZ Bk o p 2k S 2 e S Fe
(0)» #dm A i FeO, » @ FeOOH)R] A 7 3t % 43 2 & k i
B 3-10 (a) Fe 2p & ¥ ic 4~ B (700eV~740eV) iz = % curve
fittingfs 2- @ > (b) % Fe (0) % Fe (2+, 3+) WEHE T 2 5 f b o &
K& ? 3 fp+ 201353 5 2 B 25 13nm (& 5 TEM# =z 2
238 43 )0 B 3-10 (b) 231 5% G f - ¥ 488 1Fe (0) % Fe (2+,
34) - M A K P oerikgpent 6] £ ok B P (Fe) Bk (Fe™

M) B R e ERERELR L 3m PR ELL T A 0 2

38



XPS#cyhdn 5 2 % #TEME SRRl % 4p 2 & o

3-1-4 %

d TEMF 6h7 1 @5 hf s & 245 43 55 PREH

(ZEDS ~ EELS ~ EFTEM ~ XPS/A 47 » pt B P8 B2 o+ > 2

il
1

SRR WA B S F 48 (FeO -~ Fe0;) 22 0 @ FeO(OH)R| 5

KO R s E A

o

Mo 2 et 2§ 1 (B) AR T
LEAPRGE T BERRFFE AR ARG EA S AF B2

I EFERMIIGF R BAY SRS T AT RS T W
3-27 2 TEM# §da 7t > &B?P chz A+ E 5 3~ 25k i
T e AR YA ~3nmeTEM:E T ¥ iz fkd o Kt (2
EARA BFRELEZALT DR PR 2T P RERS B

2 -

3nmp o od pLE AT plog

1L

i
)
\ ]
N
NENN
4
=)
St
)
4
o
[N
“J
J,“n
T
-

o R BB SEF o F ks A {]% Fe (0) 2 Fe (2+,3+) 8L
TG I P B DR R AR L R R TEME T

2254
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3-2 Fe-Fe,Oy NPsz_ g 5

Al A2 F F F e £ &R (Superconducting quantum
interference device Magnetometer, SQUID ) & B4 2 X k3 s 4
ozl RF Rl & g RET FE B2 R R R S ik
Vo F Gz kT e RS e IR AR F

blocking Temperature & 731 5, o Az A Fijo g § PlE & & = 3 30

At (1) et F 20 8 (2) BHEs F2 4 Mo

3-2-1 it F (M) $et4e3d (H) 2 & 3 (M-H curve)
B3-115 2% (T=300K) ¥ 47 (T=10K) T & P M-H#
oo b e Beniic e 5 F] 5 50kOe T -50kOe - ot 7 f s S
BT Ao EMs i Tdemu/gy I F BRI MR T 3 F RS
Msz 80 emu/g: AAm iR ™ d W RAPFHHITBER T ) L3

rt 4 He s 180 Oe o R3-12 5 iﬁfﬁﬁiﬁ‘g@' MAFIT R B2 2 R o

322 itF (M) 88 (T) 24 & (M-T curve)

e M-T 2R7 5 > &R e 3100 Oe efi ™ g Rl
TRIE RS K2350 Ko w2 RI3-13 ¢ > H2 R+ &Ms A7
SRR B - 5 FFAEPRIE ( zero field cooled 0 #§ #ZZFC) &

BN A RSEAT M ABETEEI~0K EZH#EFERED T 350K
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G B eniEARY 4 1000e RS TRIER SR E o H =

ETINS

$ eb3is e ( fieldcolled o fAEFC) » BIE 2 3% 5 & &7 40100
Oe FEHT » AP £ 350K %3 ~0K » Zp|E St g o
FHESFM A3 8K FC & ZFC e W~ + ¥ & & e f
B35 - BARi > FC & ZFC e S B 4o dr> A g B -
4.4 % To ( Blocking temperature ) GV, HHm2 £ 47 - B4l
Moo FEiEE S D 0 RB3-13 ¢ AT R STy 4 A 250K 0 P

THREETERLTREEE > B E R (T=300K) & M-H &

To ch$» 22 3 & Aokt kP > et BB M i %08
Boo BWHERF £ ¢ BORBEEL B OBEM S BT R
WERA (T A L B B P To B3t FC 2 ZFCW B 454 B ehgh o
Zk kG AFEREREEZSE ) AMER 5 RES DAL > BIR

To £ 4p 75 10 Az gl & Toif R ¥ #0510 00 %538 2 5F T o
Bado Bowic o SR E R MRS R e MRS o 4 AR
bR MR o FE R MY To B BE A KR RE S R @
o T E RN R TR e S S e B D2 RF R A

Bt ad hAEBE L RT PE B 2o R F
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PR FRARE LA L
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