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Fig. 1.3. Particle size dependence of theoretical heat dissipation of magnetite nanoparticles under
conditions of frequency: 600 kHz, temperature: 300 K, viscosity of magnetic fluid: 1.5 mPa-s, and
concentration of magnetite: 2.3 wt%.
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PEDKIGEA T =X L0 6, (L3)~LEXAHETSIHH7-DI12IE pH OFBNIEF ICEHE
Thod, Tz, L8 ERFCANNEZ 22 &b, 81 4 2 OJFUEHRER S S RE 23
FeOs DAERMIC K EREZEZ RIFTTZ L NHERIN D, 6T, ISP EGEHTH D Z &7
5. AIA T B A ROSBBEEESCKIGOESIZEBT5Z LY FeO, 7/ ki1 Ok 1134
Iz > TCEETHD,



i

i3

I3

1.3. 4R FE e ONRE[#] 0D 52
FeO, DAERMGEIE TIX, FEFITHN e 7 = 74 MRLFDRE & LK B 7 v HRIT3E
AL, BELEZD L ICEMEEREEEIC L > TR REBRFDERSIND, FEREAR
HE MRS IR OBEIZ L > TS DI KR E BRI ICHRE T 223, 81 4 L REN
B 2o iE R AR PTRE R IR E & TS &, T CITERK L T a3 Rz L, &Iz b
HRBADOEIGPEMT HEREENEZ D, TOAT=ALZLY | KISKEOIRECK IS
R O BAIC & > TRIEKDERD OR TR EZELSEDL ZENFETH D, 2F 0, BEN
FWNE ERLFREOREZ 7R3 5 B, IBWIEEIIRICE OREPET LIC< W=olZ, b
A/ N S TP TR D FeOy T/ KL FDERT 5, 72 & 21X T E TIZ, 373 Kb 473 KT
FOSREZZEIEDHZ LT, R RAICHE L, 2RIk TR bk OMRiET b
N5 2 L RmE S TWg %9 F£7-. Baumgartnerd [IMNEEERIC L 5 FeO, 7/ ki T
DOREZHELTEBY . ISHIHIZIEL 15 nmfEE T o o 7ok 7235 8 R 1215 40 nmEL E
ICETHETHZEEHLMIL TN O FfRIC, Zhengd HIMEEEIC X - T 3.6~19.9
nm ORFED FeO, T/ KFNEONEZ EZRLTWD Y F7-, BRI O
ST 7.6 nm25 135 nmE TR FREZEMEEDLZ ENAHRETHDH EEDHIZ, XRDIZLD
PAENE OFEM & 0B FEROKIZ L7 > TRERMENRA LT 2 Z L 2L LTS, &
N XY, FeOu 7 /Kt Okl T M W COMBRRCIREE 1 XIEF ICEE R /8T A —H
THDHZENREINTND,

1.3.5 pHE O DR 2

L CEHEHERBERO 2N, WEEELCIEDL2O0 pH ROKNAEROMETH D,
2 ORISR Z FAWIZ FIESBRF SN TEY . ZOWIKRO pH RIS AW 2 M EIR
IZE S TRIFEMBIAL TEX D2 L0, TAXY MNEOEWRI T2 TX 5 Z ENRALMNIC
T 52289 g mysis L gk A AL DFL AL S5 ERER s T, Fe(ll)
& Fe(ll)DA A OMYEBIZHR LT OH A A2 OF IV 2,674 DA XML AR OW)
BENRE L., FeO, DAERKIGENET LAV ERRESNTWD, TD7d, OH A F
UINRET B pH OFEITITEHR D 0-FEOOHR T 4 7 A + (B-FeOOB WRIET 5 Z &
D, MR FeOBME LN LRSI TN D,

F 72, Mascolo b IS WD ER 2T 572910, pH 2 10~13 IZ&8 (b & T4
R ORI TN G- 2 DB LZRE Lz, ZO/RE, LE S 2EEMEKICE > T pH IR
AN L, FeOs 7/ Kt ORFBENEIT D E2@mEL TS 2, /-, Ao
F3(CoHs),NOH<KOH<NaOHDJEIZHRI F AR EL 725 Z L &R L, 7 nm~14 nmi2 £
THFRENENTHZEEm LT, EHIC, RIGEIKO pH #2852 & T 10 nmELF
D FeO, T /R F-DANATRETH D S OL DMELH D, DX I, RISEREZEMNIC
ERT 5700 THEKT 5 FeO, T /i OWEIC 5 2 DB IT R EZ 0,
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1.3.6JFEHHARIC K D FUGEHE D21

FeO, Z AT 5 72 DI EAEM 72 Fe(I) ) OY Fe(lll) 1 A > O VT Fe(ll)/Fe(ll)=0.5TH
L0, ISR T Fe()ERbIis Z & TEBEOE/NLIT 05 X /&< 720,
BTSRRI e & ORERER BT 2 /AR D 220 0 Lt T, USTEIR D8k
A T2 DFIVHP R E SR TR A HE T& 5 Z LRSI, a-FeOOH & FeO, DAL
ZHET DEEOBEELRBERF L 725, FeO, DGR T Fe(ll)/Fe()DE/L % 0.5 IHER
T 51 OIE AR ENLBERGENH D, Maity HIXEILFAK T Fe(l): Fe(ll)h b
FeO, Z AR LI aITE /L% O5ICHERF LI Wizd, ZZRTP TOAK TR/ & Bkl
MO SETMEZITo TS B iz kv, Fe(i)/Fe(ll)DE/LEA 0.5 X 0 K& W
ETIE FeOy AR T A8, ZORRIZIE~ T~~~ A b (y-FeO;) OIRADARAH#EL 7257
W, ZOFEEZTENCHND Z EIXRETH D,

T, BEHIE A ZRINT 52 LTI EIER Fe()/Fe()ENLEED L & T FeO, %
AR TE D, 72& 21X, FeSQEETLHID NaS,05 & & H 12 413 KTHEVT 5 Z & T FeO, 7
IR INERSNTED | NapS,0; DIRMELZZ(b S5 Z & T, SEHRLF2825 50 nm 2
D FeO, DY —HDOERNHE SN TS 9, 512, Fe(OHY 05 FeO, 3R T %
Schikorri ity ™ "R R L= fEga i ElC L > T FeO, 23 ERKT %, Schikorr B i i 32 A2 R m
ReomtafiENH S50, WEOIHMENFRR LR | M FEBIREL RS,
ZHHEESRORET T, Schikorr fUZ K D FeOs 7/ KiF O EMERERICE = 5 2
LCERE RO KR T AR TE D Z L ERE LTS P, Ein, BEAI K ONE T 2
WIS, B 1,6-~F YU T R AW T Fe(ll)E Fe(l)DE VAL S®, 205y
BMED BN FeO, T /R M55 05 Z ERHME I TEY . Fe(l)® Fe(l)iZxtd 5k
Fh 33 HLEMESE TN Z T, £ 9~30 nmOFiPH CTh FR 2 2L 385 Z L 3 AlkE
THHZEERLTWD N D ko ko, ImAIomHAS Fe(l)/Fe(ll) DT /LA fbkE
DAERGEEICHBEE B 25 2 L%, fEftE FeOy 7/ R+ Oh T+ HIHE R~ DMk o il
IZE s> THRERMATH S,

13 7IERDIAFET =4 N K B SAREE DR R

FOSTEIRICE £ D POSA Ao NAER LT FeO, DFEEICWETH Z & T, FeO,DH 5
FFIE OFE S OFE AR Z M6l L, FeO b 7D 7 AT NENHIFEFRRETH D Z & N5
nTky P g 57 =4 b &) kT ORERCHBIEICEL BT %, Duboish
% Fe0, 7 / RiF &L SH LB ClA A2 a-FEOOHIZWET 5 Z & T, Fe0, 7+ / Ki
FONHMERD DR Y, AR LT VR RET LT =4 PR TFOSBICHEET 5 2
EERWELE Y, miko X o, HILETIE FeOs 7/ K+ ORI FEOREIC Fe(l)k
Fe(ll) A > O MRRSIRE O & BIBREROR L ENEE &S 2 R -4, T0
B, Fe(OHY K Y a-FEOOHDHT S0 D, 7 =4 72 EfhiA 42 OB IXE DR
BRR 2 o A ROSNARBEE S L <1381 4 U ROBLEN D, EKT 5D FeO, -/ 0k 1
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BICKESEETLEEZONLTD P ISBBIN S 2N 5 Ofl#E 2 L8 2 LER D
B ZDOXIT, BRGHOEEDN FeO, DARMBIGTET T < AIBEERO ARSI &IE
TR RE W 08 F7- g5 FeO, DAKBERKICHE N T & & SER D F A4 Ofifl:
ERZ®E LTS 2,

E BT, FeO, DERIFICHE Y OT =4 U SSAKRENCRE T 5 2 & ThlieElb+ s 2 L
D|ESH TS, =& 21E, Kandori 513 Fe(ll) A 4> & SiO* . PO KT CHsO 1 A
VEERIETCTHEFESE S L T, BT =4 ) a-FEOOH DIEAL & = Dftik R Ic K&
B HZLER LT 28 b0 7 =F 0% Fe(ll)A 72 & B2 & 7 K % TRk
L. AR L7z a-FeOOH DOk DREICWET DN D7D, AT Har A RORT
OB E s 52Tt EZBND, —J5, Ishikawa b & KRN CO25 A A v 7p it
fEAI VR WA 28 a-FEOOHD R E Z Ml T2 W R 03 55 Z & A& L T, 500
NMAEE DRIF- A A BOHIME & HICHE T 5 2 L2 RL TN 5 %),

ZDOXHT, FISIENTHET DT =4 U NEikiEka o 4 R L34k Li=F /2 ki+
HEDODBEZEICTEETEZENRBENTNWDS, ZOD, ZRLHBREAa A4 R4
AT = A NEHE L, H 25 2 & FeO, T/ KOk +EHIEIC & - CIEFICHHT
H5,

1.3.8EBREHEEIC K B RSSO &iElk

PR, T A =B E RN ST DL OFERICK > TRITAER 7 7t A ZBfE L,
BRI Ao ., BLESRMENRE SN TE N, 205 OB 72 THE IR E 2 HIEIC R
RSB BT, FilcleT7 7o —FBRAIKRTH D, —FH T, HatfEir O 0821 2 K
{EFEDO—2E LTHERPDHN LN TV D FEREEVEIL, #GoRE T m A ICBWTHE
NG A —Z OFEEPER) (1E625%) OBER EME TFO5EL2hLE LT, £<IC
KETHHASNTE -, ZoERFHEICESISEHEEL,. EEOTELIZBN Tt
Z D e, FHRMEOR L, BHE AT XA —Z O EORATHO SR TWD B0
BONTCHRZAWTRERREER EERESNLFHIZ D, LrL, ZHUODRTFE
i} A H = X B E TS D T2 DIV B REHTIERE 12D 7,

Fe0, 7/ KiF DA RIS A mmEZ#E A LIZFE e N olmE Sh TRy, &z
1L Forge 5 13dkibikic BT 5 FeO, 7/ KiFOFRSUS S iim 2R A L7z 8, K#ERT %
— % % Box-Behnken desigi” L > THEFHLEET 5 Z & T, WIHIOA A UL RBEGRIZEER L
DG 4.0~7.7 nmOKLF-23MGF B D FRISFREOHIFZ ~T & & b, INE#imEEOR AT
EEBEMEIZOW TR LTS, RIS, KB L OEMIREZ B8 & L7-3REIC L D FeO,
F R OAERIZIB N T, A A TR TRICE 2 5B I L, MIGICESE
RRFZRELTWD, —J5, Edrissi HiZ~A 7 vk % Wiz FeO, F / khi+ DA%t
L. — M EMERGFEIZESNVTEREIToTZ, 207 v RACBWTERT S FeO, 1/
KL OB TRICH 2 DR BN, KISICHWER, pH, KGR, BE, v~ 7 aiEo
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MRS, RE, HIPEEOIEICE N LA, DB EBLTHLMIL TS Y,

o x o, EBREEELZFAT S Z L TR IZE S TIThIL T\ 5 FeO, 7
J R OB R 2 S ER D O EEICAT X A ATREE R S 5, L L, B dhimiEE v
TKBERORLTTERR A I = XL EMIT L. S DITIXR TR 2 EE ICHIE T 2R 3 Thh
TV, TNOOMERBZIAEANTHZ LT, famRELEREE LIl A T =
X EDFERRAZ IO, 7 B AOEEICET 287 R Ny K5t
DGR TE FeOs 7 /R F OYMEIZ RIETTHE LA LT 52 ENARE L EZ bID,

1.4 A8FZED BB

AR D K 512, EH, Bt nm RRE TRE SN ¥ — 7RG a0 T 2 K25, M8y
O ERESELEONNFHEATYLELE > TWD, KIFETCIE. FeOs T R+ D E N KT
v I RZER L, FORTEMEA T = R ACHESWIFE R T BT OB IR 1%
I 24T > 72, FEEatE FeOu 7/ B+ DA TIEZ OERRIIS ORIBRA & 72 5 & FE gk KR,
Yo v A RORLT I RGREE DS A A DR BB 7 EOFERMEIC K& < 8L RIE
L. & <ITKREVER TR OBGEENC L 2 8Kk b 2 v A KOEEN FeO, T/ bt
DRIFEEMKET 2EAN S S 2, L LST e 28H LS S, RmiErEA o
IZHERLA, BEITHIZR E OB 2 RN ND Z ERTE UL, e ES e et
ZHIE L, RLFROE DM OMMERIE AT 5 Z L3 FTREE 72 D

KAFFETIZ, MAHOEN FT v 77 a2 VTR T /R ORF B2l 5 2
ExRHEME L, 7o, ERGEIEELZEM T2 2 & T, £lT 5 FeO, 7/ Kt Ot
TROISEMEZME . KT EE(LEET FeOs 7/ BLF DR FED A I =X L& it 5
& EBICEDREBR T2 RE L, B FEREZ1T -7,

AT ICATR L 2T 2 B EOME LT 2,

F1IETHEH., AMROE =B X OARMICICET 2B FEOM 2 £ & O, Kim XD B &
FAZDUWTIR A=,

# 2B TIL., mifbaalE FeO, 7/ R ORIFRHIE 21T 5 72O OffifE e 7' m & X DR %
Hi & LT, ISR F O8A 4 EHAFT D7 =4 U BAERP ORI RIZT T HEL KR
L7z, FeO, 7 /R FDOIBRICB T, 724 U HiBRA o o FICHEBESD LI
SMAREENRHEBERICEAFRNIEZALCSEDLZ ECTRIGHIZaa A RO EEENPHER
TEHZEEFIAL, oA Z Mz FICHRERRO T =4 ZFH L7z FeO, T/ KL
F DRI 2 3R T
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¥ 3ETIL, FeO, 7 /R FDOKAEK 70t 2ICER L, TORFRARBEICHIET S
T2 DML EGD 2 EEEE LT, 81 40 OF RS R IESM R4
7 0 RN 2 DB RET UTe, B, HRIERI O A 4 U IRER OB 4 D
VLA TS H 2 LT, EibERtE FeO, 7 /R FRAERT A FREDOIER., WRIAWEFH To
KL RDOHIE 21T > 7,

# AETIT, /RO FERBIE T < OIFHRAIG T E 2 EREHEEL AW T, KEGHK
7at AT FeOy 7/ KL DFEHE fxﬁ%ﬁﬁ%ﬂﬁﬂ%w D 12O OFTHL L FIEOREEE A2 MF5E
HROE LT, SEBRIENT A= BNERPORESHICKIETEELHALICTLHIE LD
2. KBRS IT D FeOy -/ KL A 7 = XA%&% L. o RaeRA L
CINE T 2 VERL T D 2 & TR 7Rl TRl 2 3 A 72

B BT TIX, ABSE TR LML Z S L7,
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BREIE AT 5 2 & 2 < KRERUSHICAW A L ETIL, ]IG7 7t 2 &2 f#igbd 5
TEMARETH D L EBHIT, BEASOEENLBRN/ NS W2, FEFICAHRT R
EThs, Bl E“(“mf\f:ot 212, FeOy DHIBEIKRTH 5 Fe(OHy K& T a-FEOOH DHT H 2
XA D FeO, DRI FRICKE B E 52 5708, HIREAZ KB TIT-> CTELN FeO,
F R I AR DR A R T EHA N B D7, FREAEUET A DIV T K
UUKBVLEREE D INBVLER R THOI D Z %V, 2D L &, Fe(OHYX a-FEOOHD 1 A K
KON FeOy 7 /R T A MU LV BE ST LML EZE A OND 720, & ITMATRICE
WTCITEBEICHTIRDBMEL D, TOFRIELT— &94% EOHERFE 1B X
HID UM ZTHEFIEL, R A EEICHIET D 2 0ix, HEFERTICE Eh bt
T AV EERT DI EDNRNTH D X, ET =4 i{ﬂ@ﬁﬂ@ﬁ%éﬁw 7t AT
R REESEDLZ ERHRESNTNWD, ZEZX, Ay FryLrzaar /"Z A
DERIZBNTIX, T4 RODTF AU EELSE D 2 & CimfafnEpdEnZ{b L, ki
T1R%E 3BUWREE ST 5 Z LTI LTS B, £72, ZnSQ DA KBRS m\f;ﬂi*ﬁ
DOT I VRBRROEMEEIMNZ D Z L TREEREOIH ZX Y . St CREEOHIEHIT S Z
T, WO TEWESEEEZ LS TEHRIROY 72 7 ki 24T 570 8, GRIRICE £
DT =F L INERKL T ORERTTEA A2 LR AR T 2356 1X, Rl vtk XICh
ZOEEBIMDTRENYD, LLRNE, FeO,0F /K FHRIBR T 7 =4 2|k =
A FICHEZDHEZHE L, LET =F 0 2 H CEE 2R EH 21T - 728220,

RETIL, Mt FeO, 7/ KL+ ORBGEIRIZB W CT =4 U 3 Fik A v 1 FIZEER
H L IIEREENREAERICLAFRNDEELSEDLZ LT, KIEFIC 3D4%®\ﬁﬁ
EWEPHERFCE 2 Z E2FIA L, ISEROIETFET =4 & LT Fe(ll) 1 4 & gy
REARERRT DN VR U BEA A OB (CHsOy) A A v AT 5 Z LT, fliffic
EfEm T R ORI RHIE 21T 5 2 & 2 BICHE 2 ORE 217> 72, F£72. CiHsOs A A
YOI DD T =F NS Z LT, WET =AU O L RED FeOs 7/ KT
DRLFEEF L O RMEIC 5 2 D B2 et LT,
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2.2 EBRFH

2.2.1 IEMBAD I PRIEIC L DB Rk

HEJFEE LT Fe(l)ds KO Fe() DR 2 V5 if S B 7 KERIC, 7T =4 v 2 Zbsw %
DO E L TCAEST N U LAEZERIE, BROLE T nvRI2XY FeO, 7 /KL
FDOEREIT- 12,9720 H Table 2.42779 1 mmol® Fe(l)#35 X 10V 2 mmold Fe(lll)iE % |
Ar TRAIZ X VIEFBHBE LR LT A A 28K 40 mL 28 & 200 mL O X7 L Ag

(SUS304 RRERN TR SHT-, Z 2 Cix, Fe()JRIZIX FeChk-6H0 % >, Fe(IlJRE L
TT7 =4 INENENER D FeSQ-7THO. FeCh-4H,0. Fe(GHs0s),-3H,0 % v 7= (Run No.
1~3), XBIT, HFET =AW FeO, T/ b+ O AGEFE TR 7= &8 2 58I meEtd 57
W, T=F BT NI U AEEHRBERICINA TERZIT- 72, FEBRTIEL, 2 mmold
Clr 44>, 2mmol® CsHOs A A . & L<IZ1mmol®d SOX A 4> D& F ~U 7 A% 1
MM U7 (Run No. 4~7), £7-. CaHsOs5 A A > O HAF B A KiFtd % 36k Ti%. 1 mmol® FeSQ
& 2 mmol® FeCk % & T (3725 Run No. 512 CHsOsNa%x 0~2 mmolliiz 5 Z & .,
0~33.3 mol/M D& CEL ST, ZNO DR S ETKIRRE~ TR T 4 v 7 AKX —
77— (&K 20mm T 300 rpm®D#EE THEE L, Ar T A ZFmWNIEA L TRHEZ IilEHR L
727535 1.0 kmol/mf NaOHIEIK 2 %) 3 mL/min O—EEE T 20 mLi L7z, 2oL X Wik
? pH L 12.7 T o7z, NaOHEKDOEIME, B HI(ZiE.05BE (3000 rpm 10 min (2 XV &
Rz B L. A A AR T L2, 2 O4EE - VeidiR{EE 3 EI VIR L7, 303 K
OWE T THR 12 heolgz L, ke LT FeO, 7/ R+ O R 257,

2.2.2 KBEERIEIC KD ER

s et TRt nmRED FeOy 7/ Ki T 25570, iET7T =F v 28k s+
CKREVE A2 0 L 72, 2.2. 180 Tk~ 72 33015 T NaOHBE IR 2 N L7214, B a FE LT
393 KO A—7 T 20 hOIMEZAT > 7o, NEE DOVERF - 7BERIEITIIE L Rk S L,
Z 2 Tl& Table 2.LiZ7R L7z Run No. 13 D SMFITHF L CTHIRRZ ITIES 5 EBR 21TV, £
Z#LRun No. 810 & L7=,

WIT, BhiA A LHEFET D SOZ A F o & CHsOs A A v MKEGA: T Ch s FeOs 7/
BLF DR AT T B AR U OBl A2 32 7o, RIZBRTIX FeCh & Fe(ll)IRIZ,
Fe(GHs0s), & FeSQ DIRAEW % Fe(I)JRIZZ L ZLHV Fe(ll) £ A D&EFH4 1 mmol T— &
& LT Fe(GHs0s), & FESQDIERAHZQRALNXTERE LI mTHEL,. m=0~1 DO#FiH L&
H7-, Z I T, [Fe(GHs0s),] & [FESQIIEEF D& Fe(I)EDWEEZER L, m=0 & 113%
NZH Run No. 8% 101Zxid %,

__ [Fe(CHLOY,] (2.1)
[FeSQI+[Fe(CHLD,),]
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Table 2.1 Experimental conditions in coprecipitation process at room temperature

Run No. Iron(ll) salt Iron(lll) salt  Additive
1 FeSQ FeCk -
2 FeC}) FeCk -
3 Fe(GHs0x3), FeCk -
4 FeSQ FeCk NacCl
5 FeSQ FeCk C;HsO3Na
6 FeC} FeCk CsHsO3Na
7 FeC} FeCk NaSO,
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7272 L. [Fe(GHs03),] +[FeSQ]=1 mmol (—i&)

TDLEHICTAHIET, —EDOCIA A UEEDL L, SO A A & CHOs A A DR 4
Tl SHT-,

2.2.3 FHii ik

R ORI TR 72 & OAVBLOBIZR121 FE-SEM (A A&, JSM-6700F A L. Ak
W) ORLEE 5347 Z B SERGEL AR E A dE (RIEE 1. DLS-700 THIE L7z, £7o. AW
DOFEEIREE AR X BEITEEE (U A2, RINT-1500 AW TCEEHE L2, X #i21E Cu-Ka
#rE VY, 20=10~80°D T 1.0°/min O ERMHE CHEIYTHREZJE L7z, 72, XRD /3%
—DOWPERERLY . FaO, DA X EEO K KEI ©— 7 27574 (311)f (20=35.59 O
(] Hr iR O IR 2 SR oD PR dR - DR & S L 2R T/RE15 Scherrest L 0 B H L 7=,

kA
pcosd

(2.2)

Z 2T BIEEKRIEINT E— 2 OM-EE. 01X Bragg 4 (=17.759. k IZRAET (=0.9. A
1% Cu-Ka RO R (=0.154 nm Thd, XD, ERDOBEKHFHE % BEEE T THER
TREHE (Quantum Design MPMS) THITET 5 Z & T, SRBI OSBRI & B LIREE (K
AR U7z, AMEBEFURIEME O HIE CTITIRE 2 300 K T—7E & L, —10000~10000 Oen
A CTHA L LS 2 iz, Bk (M=H) #ifioxe ATV v A &5-, £z,
WALIR AR E (M=T fift) (22T, B4 100 0eT—E & L, 5K7H 400 K% Tl
A ERSETHE L, AR TITE D MR 2 T 57010, #Et% 5 K
FCHAT LBRICHA LB e & 2 FMSEMAED (zero field cooling: ZFC) & | REAFH S+
BHER & Rl — DR Z DT DRSS A (field cooling: FC) (2 X A2M-T #ifR0RIEEZ A L
77

HfrT7 =4 BEFE L CTHRK LT FeOy /RO L EMEOHIEICET 2 MR %2155
72912, 1 mmol® FeCh # X 1 2 mmol ® FeCk > 5 72 4 HFIRIK DA EEG L (Run No. 9 Xk
VST FeO, 7/ ki B E & L CHW. £ 0.01 gD Fe0, 7/ Ki+% 60 mL DA 4
URBOKICERE S, WET =4 ke T AT N U AEEFTERRNL, OB —F5E
&Y — 2 BAAIEREE (A A v 7 2 Nano ZS THllliE L7z, Z Z TiE, CsHsOsNa & NapSO,
R E LT, A5 ORMEIZER.ARO mIckisET s X 9 IcRINTERESND M
TELZ,

o = [CHO; ] (2.3)
[C;Hs0; 1+2[SO,” ]

Z 2T, [CsHsO3] & [SOS T Z N EIIRIEITH D CHsO5 1 A2 & SO A A v DWE &% o
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L. mM=0~10#HTHEEIToT2, 2B, FMRFHZEIT 5 pH OFFEEIL NaOHF K L O
HCI &8 % AV =,

23 RERLER

2.3.1 dEpkiEI Ak TR

W72 FeOy 7/ R 2R 27212, FEMBADILIE Y 1 & X TR EHI 41T > 72,
Fig. 2.1(Z Run No. 3 CEOLN-#E O SEMBEE 2R L7z, Fe(l)JRIZ FeSQ & AW =&
WISEMNETHET . 0-FEOOHE A BN B FHIRORLF 3B STz, 7238, SEMBIZE DO RITALEL
THBt LTSS, —fHEBEE LR Fb R b, ZZxt L, FeCh & Fe(GHsOs),
WIS EIR, FeO,DIRITEREORL+1 5 o7z, Ziuk b, FeSQz AW =Ha 1Tk
HEESFESTHNCI L, FeOy ODE—FHNER I NBNWZ EBNbholz, £, 20 Z L
Fig. 2.21Z/R L= 7END XRD /R4 — o b bR TE 7=,

RIZ, Figs. 2.3% 11 2.41Z, Run No. 4 5 OFED SEMBIZE K N XRD /N — > & EiE
U L7z, NaCl & T C3HsO3Na Z SUSEIRICIRIN L7= & 2 A, FeSQ % Fe(INJRIZHWZIZ S
b b9, WInb FeO, 7/ i+ OERPHER SNz, 2Ly, HEFREHIE Eh bt
77 =42 D CIrk O CHs0s 1, SO DA% ETeA L T a-FEOOH & Fe(OH) & D]
DOEAAFISZIRE L, FeO, lZEHSNIIIERT 5L EF 2 5, £72. SEM BIE0 626D
T =A O E ST FeOy /R DRLFREDEAT HZ ERDhoT22d, ThbdD
T oA v EREISED L THREHENRFIRETH D Z VR STz, — ., FeCh & FeCk%
AWZ54E (Run No. 2 LB L CRITRBRCRE K Ro7o 2 &b, RS ITES 7
HHOD, SONNTR ORI EE L ST LRI, £, ClIA A4 & CHsO5 A
A BN L TR LT AR ORGSR FRIEZENEN 11.4 nmE 7.6 nmTh o722 &0
O, R TICONTE CHsO3 A A v OB L R R STz,

Z I T, SOFA A DMK R A TR T D012, FeCh K\ FeCk ZEIRICH W= B4
IZ C3HsO3Na J2 Y NapSO, & Wl L T b 7o B4 Figs. 2.5K N 2.6 12 Lo, ALy
Lo b FeO, D¥—FHTH Y, SO A AL OFE T TR L7 FeO, T/ Rt ORi 11358
EIMHRAED R I NIz, 2D ORI OB G T8 IE. CHsOs 1 A A N L 72356 73
7.4nm SOZDHFAMN 9.7 nMTH 72, THHDZ NG, CHsO5 A A Ik b 2h 5 2R
L. SOZA AR RE R+ 2 e N CHRHERTE, UELY, #5557 =4
VHEEEASEDLZ LT, MTEMSHIEARETH D Z EAURE ST,

HIETH LR E (Run No. 12 Br<) OFEFE% Table 2.2 F & 7z, W oE
IZHBWTH DLSIZ L » THIE L 7= AT E RS TR EFERECThH - 72, T, 55
iz FeO, OF /RN @m0 BAEREEZ A L WL 2 E2EKT 5, &b, &R
BFOK - E$X1T 8.386~8.404 ADHIFATH Y . ZOfEIT~ 7 ~~A FOEHEfE (83458 X
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(c) Fe(GHs03)2 (Run No. 3

Fig.2.1. SEM images of samp preparedy coprecipitation at room temperatwsingdifferent
iron(ll) salts and FeC; (Run No. 1, 2, and .
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FeSQ+FeCk (Run No.1)

® Fe,0,
v a-FeOOH

FeChb+FeCk (Run No.2)

MFG% (Run No.3)

| |
20 40 60 80
20 [deq]

Intensity [a.u.]

Fig. 2.2. XRD patterns of samples prepared by capitaton at room temperature using different
iron(Il) salts and FeGI(Run No. 1, 2, and 3).
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(b) GsHsO3Na (Rur No. 5)

Fig. 2.3.SEMimages of samples prepa by coprecipitation at room temperat using FeS,and
FeCk with NaClor C;HsOsNa (Rur No. 4anc 5).
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FeSQ+FeCk+NaCl (Run No.4)

Intensity [a.u.]

FeSQ+FeCk+C3;Hs0O5Na (Run No.5)

20 40 60 80
20 [deq]

Fig. 2.4. XRD patterns of samples prepared by coprecipitation at room temperature usingnigeSO
FeCk with NaCl or GHsOsNa (Run No. 4 and 5).
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(b) N&;SO, (RunNo. 7)

Fig.2.5. SEM images of samples prep: by coprecipitation at room temperat using FeGland
FeCk with C3HsOsNaor NaSO, (Run No. 6 and .
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FeCb+FeCL+C3HsO3Na (Run No.6)

Intensity [a.u.]

FeChb+FeCk+Na,SO, (Run No0.7)

.
LV

| !
20 40 60 80
20 [deq]

Fig. 2.6. XRD patterns of samples prepared by cdpitation at room temperature using Fe@hd
FeCk with GHsO3Na or NaSO, (Run No. 6 and 7).

Table 2.2 Properties of samples prepared by coprecipitation at room temperature in presence of
different anions

. Average Saturation - Remanent
Median . . . Coercivity .
Run No. . crystalline size  Magnetization magnetization
size[nm] [Oe]
[nm] [emu/g] [emu/g]
2 9.9 10.9 47.1 3 0.05
3 4.9 4.9 59.4 8 0.7
4 15.2 11.4 51.8 4 3.5
5 11.5 7.6 62.2 5 0.3
6 6.6 7.4 62.2 5 2.5
7 15.0 9.7 51.8 3 8.0
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D FeO,DZFH (8396 A) ([SEN-7-Z &nh ., HREHTITITHEL: FeO, L E2 5, %
72, Run No. 2~7 T b7 sk s i @ O B FBH LA & S8Rt 2 78 L7223, K038
M B LTINS O FeO, DEITIRHLIE (8990 emu/lg LY HIEWVETH -2, Fi-,
PREEINIIERIT NS VMEZ R LT Z &5 KL ORREIC X > TRE 2B OFE MM &
FFC&d, MERIERIT L7202 L3RR ST,

UETHLRETREZ S EIZ, CHOs A A BN SO A A DEELE(LSEDLZ LT
BT DI % 572, £ 37, CeHsOs A A v ORRI LB R & fFtd 5 72912 FeSQ KUY FeCh
ZBRIFIC ., CaHsOaNa DRI E % B L S TE LA O X BRIET /S 2 — o LG
b B % TNZFh Figs. 2.7k N 2.81R LT, 728, CsHsOs A A L #EEEH 0 J Of 33.3 mol/nt
DEMEITZENZI Run No. LN 5 IZHIET 5D, CHsOz A A I L 722 o 12855 121%
21.29Z o-FEOOH |[ZHH A 2R E 28 B S 7228, CaHsOs IR E Z BN S W5 & FeOy DA
RLTWNDZ EMD, CHsOs DIRINT & ¥ FeO, T/ K- DFUSHEEE ST % Z & 230 5
&I olz, £77 . CoHsOs M EE DN AL - TEIHE T A 10 nmar S 8 nmiZigd L.
CaHsOs 1 Ao DKL BN RN MR TE -, ZDZ LMD, CHsOs A A DRI & 0 ARk
FOSOEREREEMT 5 2 LT, FAERPERRE KLY HEMEICHE 220 | kb3 e S
ni-tEz2o6n%, £z, Fig. 291Z1IBFIC X 2B b D2t (M=H #ifR) 2R L7-, K78
INFEFNZ /NS W T DI EAFIRALAE L 56 emu/gT ELEHI/ NS UWMETH - 72203, RBEITIER I
INELBEBMEE R LTz, ULEXY | RINRRICHGFEE 27 =4 v ofEE L RBEZELS
252 LT, EMENDOIILET 4.9~15.0 nmDOIEF /N e FeO, 7/ ki DhiF-BHilE 23
EEICITZ D Z EnmanT,

2.3.2 KEVERICE T B HIET =4 L 3h B2 FIUH U 7k 2 i

22 CIIESRER R W nmELE O FeO, T/ Ki - ORI B 24T 5 7212, KEVE K
Trb AICHIE R LI FEAEH Lz, £, Fe()lRE 28, KEGRICEVHBHH
TR O SEMBIE G L X RREIPT/ ¥ — 2 2 Z N E U Figs. 210K TN 2.111ZR LT, F7z,
Fig. 2.120121X 2 6 ORI E A 2~ L, #6FFE% Table 2.3 % & 7=, Fe(l)JiiZ FeSQ % A
WG E L FEMNEL (Run No. 2 TIEAERMIC KIS D a-FEOOHN L < &AL TWZDY, SNEL
T 52 LT FeO,D¥— MR/, MDFM+E (Run No. 9 100 THEERIZHWEZ: FeO,
23R L Run No. 9% OV 10 DB CITFEEIREd 7 & PARIRIZIERE CTH 72 2 L b,
fEmtE OB OERE B OR F RSO N 2 E AR TE 2, ZHICHR L, BRI SOP N E %
% Run No. 8T HiESEIEDEWEREINE SN2, PEN IR FROBLE 25 TH
ST EDD, ZOFRM TR T NEE LR DRARE L2 & TEERED FeO, 7
JRIFWER LT EEZ BND, £7o. KEGRKIZEHIT D457 =4 Okl - RIS
RITFIHEI O E & R U 2R Lo, RLFROZE(ITIFMBOG IR TREN -T2 2
EMD, ML E3RET =4 RN K VBEFEICEND Z ERbhoTz, & 5T, Hi
BE\ZFEHEH OB Y . —MRITREENTRL PR OB I - TIRTF L, 8FEMEICIES< 2 & 23
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33.3 mol/nt

16.7 mol/nt

8.3 mol/nt

Shn:

0 mol/n

|
20 40 60 80
20[deq]

Fig. 2.7. XRD patterns of samples prepared at room temperature using different amoygHtOeN &
(iron(ll): FeSQ, iron(lll): FeCk).

12— . . .
11+ .

Average crystallite size [nm]

| |
0O 10 20 30 40
[CaHs05] [mol/im”]

Fig. 2.8. Effect of addition amount ogldsO:Na on average crystallite size of samples prepared at

6 !

room temperature (iron(Il): FeQQron(lll): FeCk).
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Fig. 2.9. Magnetization—magnetic field curve of sample prepared at room temperature using FeSO
and Fed with CsHsO3Na (measured at 300 K).
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(c) Fe(GHs03), (Rur No. 10)

Fig. 2.10. SEM images of sampl preparedy hydrothermal procewsingdifferent iron(ll) salts and
FeCk (Rur No. 8 9, an( 10).
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FeSQ+FeCk (Run No.8)

oo

FeCL+FeCk (Run No.9)

MC@ (Run No.10)

20 40 60 80
20 [deq]

Intensity [a.u.]

Fig. 2.11. XRD patterns of samples prepared by hydrothermal process using different iron(ll) salts and
FeCk (Run No. 8, 9, and 10).
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Fig. 2.12. Size distributions of samples prepared by hydrothermal process using different iron(ll) salts
and Fed (Run No. 8, 9, and 10).
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Fig. 2.12. Size distributions of samples prepared by hydrothermal process using different iron(ll) salts
and Fed (Run No. 8, 9, and 10). (continugd

Table 2.3 Properties of samples prepared by hydrothermal process

Average crystallite _ _ Saturgtioh Coercivity
Run No. _ Median size [nm] Magnetization
size [nm] lemu/g] [Oe]
21.0 38.6 78.5 72.0
14.0 17.0 73.0 29.0
10 8.1 9.5 64.1 3.0
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U EOFER LY CHsOs5 A A 13 FeO, T/ ROk bic, SO A 4 i RIbIc TS
THZEDRHALNERST, ZTHOOMRITHL T v X 721F Tl KEERK T 7 EXIZ
BWTHEND Z EDBRWESN, B FREZBAEHBETCELZ ENRBINT, £ T,
KEVERR T BB RZBITHINOGDA A OIREWEBIER T & LT FeO, F / Ki DRI 1
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(I213-18.8 mV & 722> TR T L7z, FeO, 7/ KiFDOREITFHAIT TRICHE L TV HA,
T=FUNHETHZ LI TE—FBANELL, & <IT CHOs A A= CliA A 1%
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T RIFIIRE LT Z & T FeOy 7 /R F O BER M LT 5 Z E LN ER -T2, Uk
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Fig. 2.13. XRD patterns of samples prepared by hydrothermal process using different amounts of
Fe(GHs0s), (iron(ll): FeSQ + Fe(GHs05),, iron(lll): FeCk).
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3.2 EBRFIE

3.2.1 FEAHRE

BIEE D 2.2. 281 Tilk<*7=, 1 mmol® FeSQ:-7H,0 & 2 mmol® FeCk-6H,0 % HFFE & 45
KEVGERTE (T2 HATE Run No. 8 OEBREMEAZ A (Table 3.1 & L. R Eil#E 217
I I OWREILAIECRT X D IRt E2 2 b ST, 7z, BiE 223fi T _7= HFEIC kY, A&
B ONBUBLEE . FEEm PR, RIS HIE, BRI 21T - 72,

3.2.2 B JERUIC B 1T D NEER R oD B2 8
BN OB 2 FesO4 7/ KL OfE I BT T B A MG Uiz, FEB Tl
Mz 0 (T7RbbRME) 725 20 ho#EiH TEL S E 7,

3.2.3 Wi FTERRICIS 1T 2 YRR pH D%

Fe(OH) & Fe(OHY IXIAfRFEN R D720, ZhvboanA RONHT S pH B3RS, £
2 CRBHATRICEINT 5 NaOH &4 FHHE 5 Z & THIRO pH % 5.2~12.7 D TEL S+,
T % FeOu 7 /KT DR EEIC RIS pH OB A HF LT,

3.2.4 HBEJFEL DA A 2 VLD ZEAIC K DRI

Fe0, DKBE BRI BT 5 AR Tl 5 1 2 Tl 72 (1.2) (L) RD SN Z 5728,
AR AR = o o RO RO CTEBERER 2R, €2 T, HBEBEERTO FeSQ & FeCh
DEN % FeSQFeChk=a TH L., a=0.25~2.0 DHIFAT a 22 F L TERZITV, R 71
OEERF LT-, 728, FeO, 85 Fe(ll) & Fe(ll)dEiwkt (Fe()/Fe(l)E/LE) X a
=0.51ZxIT %,

3.2.5 i TAERGEBERIC BT DK NT A — X DR

AR DRRFT TR ONTMREREZ S L2, Bx DRI A= E2BIH T FeOy 7/ R %3
L, RFERORIE 2R, 2 TlE, Fe(ll)A A4 % 16.7~133.3 mol/m DO #ilH T4
fEEECEREZIT-TZ, £72, a=05T—E L L TINEVEE % 353~453 KIZEB L & ¥ 7=, &
512, NaOH FR M ORKIRE # (b S8 5 2 & T, BiRORRIEG 22 S w T,
F72. a=0.5, 1.0 KW 2.0 OHFEITONTIE, EARWREIESME (T2, 2 mmol ©
FeChk-6H,0 lZxf L T FeSQ-7TH,0 M E4L 1, 2, 4 mmol &3 25) NH kA A REL 2
FICEnsw7-98 (Table 3.2 H1T7-72,
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Table 3.1 Standard conditions in hydrothermal synthesis

Concentration

Iron(ll) salt Iron(lll) salt Base Heatlng Heating of iron(ll)
time [h] temperature [K] 3
[mol/m”]
FesSQ, 1 mmol FeCk, 2 mmol NaOH 20 393 16.7
Table 3.2 Synthesis conditions in hydrothermal process
Run Amount of Amount of Iron(Il) concentration
a[-] Heatingtime[h] FeCk 6HO0 FeSQ:7H,0 3
No. [mol/m”]
[mmol] [mmol]
1 0.5 1 4 2 33.3
2 0.5 20 4 2 33.3
3 1.0 1 4 4 66.6
4 1.0 20 4 4 66.6
5 2.0 1 4 8 133.3
6 2.0 20 4 8 133.3
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3.3.1 EEARSEMICI T D KEVERK
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R 2 0 & LT a OALE, T70b b8 LN IR EMEL 720 | R AT Y
VAMBRE R LT E D REHTE LN FeO, 7 R E T D Z E b
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FeO, ICFF#IN 72 20=35.5°T H. 51 5 BT O B — 7 [TMEFR & & bR L, $i< 72
STz, TAUTMBAFIC FeO, ARG & FIRHIBARR S 2 5 2 & T, R T Of i3
—(bL., BmEREL RolelewEX oD, £7o. LhDIMEAT FeO, DY—HER AR
DT ENHERTET,

— 7. RIMBADHFEIT 20=21FHE TR 55 B — 7 1% a-FEOOHDIF1E & 7~ 3 A 7 &
— 7 DTHY . THIRMEEITD R - 7= 2 LT8R

20-FEOOH +Fe(OH) — Fe0,+2H,0 (1.8)

DGR FI3THEAT LRI leleb L EZ b D, o, B Z &< 35 LR &
KTpolebDD, REBRBMITAOGNRMN-T-Z LD, MBEEM KL FRIZE 2 58T
R/ NS W EEZ BN D,

3.3.3 IAE pH D

HENEIRO pH 2 B (L S¥7- BB DI ERY O XRD /84— % Fig. 3.6107 L7-,
PH % 12.7 & L7 8 A0 B4 S 12 BT 13 FeO, [C M7 ©— 27 D2 o775, pH
DIET & & HIZZN BT L, o-FeOs IR e BT IRE O v — 27 387z, pH % Hik
HME VKT L REIGD a-FEOOHDIELEN TR XN 7= 2. = i EhAIR N 40 1o et
PE& 7o TW R W RITIIKEMEE 2 2 A ROERDB A3 & 70D 2 & T XD IS D
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Fig. 3.1. SEM image csampleprepared under standzhydrothermaconditions(FeCk: 2 mmol,
FeSQ: 1 mmo, heating time: 2 h, heatingemperatur: 393 K.

v Fe&0,

Intensity [a.u.]

20 20 60 80
2 0 [deq]

Fig. 3.2. XRD pattern asampleprepared under standehydrothermacondition« (FeCk: 2 mmol,
FeSQ: 1 mmol, heating time: 20 heatingtemperatur: 393 K
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Fig. 3.3. Magnetization—magnetic field curves of sample prepared under standard hydrothermal

conditions (FeGt 2 mmol, FeSQ 1 mmol, heating time: 20 h, heating temperature: 393 K)
(measured at 300 K).
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Fig. 3.4. Magnetization—temperature curves of sample prepared under standard hydrothermal
conditions (FeGlt 2 mmol, FeSQ 1 mmol, heating time: 20 h, heating temperature: 393 K).
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Fig. 3.5. Effect of heating time on crystallinity of samples (EeZimmol, FeSQ 1 mmol, heating
temperature: 393 K).
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Fig. 3.6. XRD patterns of samples prepared usingirsiesolutions with different pH values (FeC2
mmol, FeSQ@ 1 mmol, heating time: 20 h, heating temperature: 393 K).

50



IREL 2D . REUED Fe(l) A A2 3 IEHIZ (L 41T a-FeOOH K T a-Fe03 A3 ARk L
TeleOEZEZ bILDpHAE 7.88 LIZGAITHE DAL AR O SEMENR % Fig. 3. 7027~ L7,
AERIITITERIR D FeO, 7/ K- DM, a-FeOs; & RO F AL HFENTNDH T
EINHERR S T,

WIZ, pH % 9.5 & L7256 DAY OBALFHE A Fig. 3.812r LTz, JRBLMEICE R T 21
R ATV VAN S =08, fafiié b i: 50.5 emu/gCTH v  pH % 12.7 & L7854 (78.5
emu/g LV /NSVMEZ R LT, 2O X5 pH 9.5D5HATH FeO, 0¥ —HITE LT,
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BB A2 N Fh Figs. 3.10 03111 L2, (1.8)F& V. a=0.5DEAITHIEE L Fe0, 28
ART DD a# 0.5 DEEITIE FeO, DAERGRFE CHEKBILM DRENELT D2 Lnb,
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b2 ETHREND,
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a=05TIIMEA L & HICQ8D KIS HEIT L727201Z a-FEOOHIZ R 6572 < 72 0 | LhEgiy
FERMEDE FeOy D INTELE LT, Fig. 310 TR 6N D K 51T, MEE & ISk O
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Fig. 3.7. SEM image csamplepreparecusing starting solution wi pH 7.€ (FeCs: 2 mmol, FeS¢: 1
mmol, heating time: 2 h, heatingtemperatur: 393 K).
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Fig. 3.8. Magnetization—magnetic field curves of sample prepared using starting solution with pH 9.5
(FeCk: 2 mmol, FeSQ 1 mmol, heating time: 20 h, heating temperature: 393 K) (measured at 300 K).
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Fig. 3.9. XRD patterns of samples prepared at different Fe(Il)/Fe(lll) molar ratios:(Be@nol,
heating temperature: 393 K).
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(c) After heating for 20 h

Fig. 3.9. XRD patterns of samples prepared at different Fe(ll)/Fe(lll) molar ratios:(Be@inol,

heating temperature: 393 K). (continged
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(b) After heating for 20

Fig. 3.10. SEM images of samples after heating for diffetimes atz=0.5 (FeC}: 2 mmol, leating
temperatur: 393 K).
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(a) Beforeheating

(c) After heating for 20

Fig.3.11. SEM images of samples after heating for diffetimes ain=2.0 (FeC}: 2 mmol, leating
temperatur: 393 K)
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3Fe(OH) — Fe0,+H,+2H,0 (1.9)

IZE > T Fe(OHY B FeO, AT D, ZORNIMEAT 52 L TR Z 0 | ZORIGHE X
(L8 D L D IZKEEEER & O LAKIET 2L BT TIEFITE N, ZO7H, MU E S
Fe0, D H M 72t tE O ERR L 0 B INEARTIC AR L7z FesOu 7/ Rt OFE0n 7ol S & 23
BV, @bl EZOND, Z0OZ %, REMTIE FeO, OFERIE TH 5 E/NH
G IRV E & DR R oo Z D bR T 7,

ZZT, (Bl1)E R0=35.59 2T BEIPTEIAR O FENE D b G T % Scherrersl &
DEH L, MR & ORfRE LTI L THER%Z Fig. 3.12127 L7z, a=050DA 1%, N
BETCONVHRERFENF 10 nmTH Y . 20 hd M THI 20 nmE THEM L 72, SEMBIZE)
SR EIIMBFRIC L 598 30 nmTIRIE—ETh 72, FFEOBMIC X > TRF£
MRELSE LN END, R TPRITATE L TREL LD Z LML
EEzZLND, Tt L8 OKIGIE N DR FDORE S CIZIFRED
EERLTWND, — ., a=2.0 COFEFERF2IZ. NEETTH 20 nm 20 h 1L T 35 nm
ThHholzDIZxt L, SEMIZ X ABIZED LR FEIX 2 6 OB T2 E 4 30 nmizE &
50 nmLl ECTH o7, a=2.0 DA IIGEE D3 E Y Schikorr KIS IZ & > T FeO, 23k fh il &
LR THERBRELS 250, B L ERTRERELZEEZOND, ELY,
HIZEIEIR D Fe(I) A 4> & Fe(ll) A 4> DFNE AL S D Z & T, fidm KL ORF&D
FIEAFRE L 705 Z L DVRIB S LTz,

WIZ, o lZ X DRI A DB REHEIC R ET R LR T 572012, a=05K 2.0 T
ST RELD M=T #hiff & M—H #ift 2 Z 24 Figs. 3.13% N 3.1412R LTz, all X BT M-
T HRICEBV T 120 KAFIUTIZ FeO, IZF A 72 Verwey ixi8 28 B S, mifii it 0¥ —72 Fe0,
F ORI WERT D Z EDNERTE -, £<IT, KIFRERORE W a=2.0 DK TIZBEZIC A
bz, £, BRBLED a 12X 5380 emu/gTIRIERBETH V. Z DOfEIL y-FeO; DA
OED H S REVETHSTZZ EDD BHEDOEW FeO, N ERT 5 2 ENbhroTz, 2h
SDOZ NG, a NRRDBETHERKT D FeO, T/ KiFIZRBEOMENIZ H o2 & A
RT&E, LEB-> T, a ICEDRFREMBRMEDOESL, R ORMEREBOZEITER
LEEPREBNROND S OO, MKEHEIT BRI 72582 R LT,

3.3.5 K/ XT A — X SR FRRIC 5 2 DR

FPMBEE OB O W TR L2, a=05T—E & L., MNEEE % 353~453 K DO#iH
TELSHETH LN FeO, 7/ ki1 SEMBIZ4 % Figs. 3.15-3.17127r L7z, 353 KTl
1 hOMEAEAT > 72854 TIEHEHRORKE a-FEOOHNETFE L7z, Ziuizxf LT, 423 KL L
THERA LS EIT 1 h TERROKL TR 6N T FeOs D HB AR LT E B X b b, S HIT,
20 h\OMMEA T LN TR F X a i X B TR AENZIZFETH D Z & 28 SEMBLE S L 0 Td
SHVTc o RIS BB TS DAV 3B o X #RIEIT N & — o &SR ERE T8 & £ £ i Figs.
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Average crystallite size [nm]

Heating time [h]

Fig. 3.12. Effect of heating time on average crystallite size of samples:(Ba@nol, heating
temperature: 393 K).
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Fig. 3.13. Magnetization—temperature curves of samples prepared at different Fe(ll)/Fe(lll) molar

ratios (FeGJ: 2 mmol, heating time: 20 h , heating temperature: 393 K).
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Fig. 3.14. Magnetization—magnetic field curves of samples prepate® & and 2.0 (Fegl2 mmol,
heating time: 20h, heating temperature: 393 K) (measured at 300 K).
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(b) After heating for 20

Fig. 3.15. SEM images of samples obtairafter heatincat 353 K(FeCj: 2 mmol, FeSt: 1 mmol.
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(b) After heating for 20

Fig. 3.16. SEM images of samples obtairafter heatincat 423 K(FeCj: 2 mmol, FeSt: 1 mmol.
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(a) After heating for 1

(b) After heating for 20

Fig. 3.17. SEM images of samples obtairafter heatincat 453 K(FeCj: 2 mmol, FeSt: 1 mmol.
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318K VM 3.191T 7R L7, MNENVE 20 hiT - 7235 A 13MBMNREE & & b ITHES AR EE D E 720 |
R E < R DA Z R Lc, LEORER LY, MEVREIC X - TS TFRIZO0E T
LZHDD, RIFRITMEVEEICRE S FEINLRWI LR bho Tz,

BT, KR AERRE, T2 bbb HBEKO pH EAFRFOREIZOWTHRE L2, a=0.5
& LT NaOHEIE DRI OERIRE 2 B S THBBERZRE L7z, 2% 393K T 20
h OINENE AT > TH BV O X RET S 2 — > LSRRt 1 % 2 V21 Figs. 3.20% Y
321LITmR LTz, /Bbivic FeO, 7 / R+ OffmtEiL, WIRIRE 4 278 K& LB Kb &
<VIREEZ BRI EEREIMETL, —ELole, ThiE, 278 K THM L 72 ¥ikiTm
R D BEPE CRESEEE O AR 2NRE A AR IS U TR AR S 22 0 . R L 2R O E A
TR L o EZ NS IR KB E TR TFRICEZ DEEBINSNWEE
2%,

I T, HEBERPOBA A ARE DR EERFT 572012, FeO, DE—HRELND
Fe(ll)f A EEOFHMHARE L7, a=05 T—E& LT, Fe(l)f 4 EE %2 EAEED 2
FOrAfE, +74bb 33.3%1066.6 mol/m & L CEBREIT-7Z, EoHzilklo X fRE <
4 — % Fig. 3.22027 L7228, Fe(l)A 4 2 % 66.6 mol/mi & L 7235413 Fe(lll) A 4 2FE
75 133.3 mol/mM O EE & 72 5 72 8 . NaOHIFIE I NTE O pH 2 LSO < 72 5 72 Z & T Fe0,
ITIEE A EAERET, a-FEOOHN L T LTz, £ 2T, a=0.5 1.0 X 2.0 D& FAFIT%t
LC Fe(ll) 1 A R % FARN 2B ED 2 fi5 & LT- Table 3.22 R &M CEBREITo72, 5
5T RREL O SRS S & I % Table 3.3 £ L7z, 7=, Figs. 3.23~3.25(24 51t
THEOLNTRLF O SEMEE %R LTz, WTNOSEMATH PR TRITERBIEOSLA L It
LT L hOMEVCHKRIE L2, 20 hOMMEZEIT-> THITE A EZ{RITRA N7,
— 7, BIFRIIMBUC L > THL MR L, a DREL 72D L ZHEMIED FeO, 7/ Kit-2n
T D2 ENbhotz, Tbb, a=05084A1F1ht L<IE 20 holiEci s -
BECRERBARH LN -T208,a=1.0B X1 2.0 L35 & Schikorr SO 2 K 0 RGO
Fe(OHY #FIH L T FeO, 7/ KiF-BET 5720, RESHRILT L Z L0 RETE, &
<IZ, a=2.0 DEEIIMBEREE 2 K & < 32 LR P09 2% & 72> T 100 nmEL_E ok 128
ZhD FeOy 7 /R FOAEMNPHERTE /2, UEORRILY | HBEKOEKA 4 IRE &
Fe(I)/Fe(IN)ENLtbE HOETENMIES Z & T, H+H~EE nm ORLFEHIENPITZ5 2 &
ML ERY | RFEICE VRO CRLERRL RO FeO, 7/ i1 % FHRAlaE & 7o

> 7,

65



M

e
e

] ) ] ) ] ) |
20 40 60 80
20 [deq]

(a) Heated at 353 K

M

4 h

A JJ_.

Intensity [a.u.]

Intensity [a.u.]

1h
A AJ\TJLMA_]

20 40 60 80
20 [deq]

(b) Heated at 423 K

Fig. 3.18. XRD patterns of samples prepared at different heating temperaturgsZfefbl, FeSQ

1 mmol).
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Fig. 3.18. XRD patterns of samples prepared at different heating temperaturgsZfebl, FeSQ
1 mmol). (continued
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Fig. 3.19. Effect of heating temperature on average crystallite size of samples 2Ra@iol, FeSQ
1 mmol).
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Fig. 3.20. XRD patterns of samples prepared using starting solution heated at different temperatures
after heating for 20 h (Fe€£I2 mmol, FeSQ 1 mmol, heating temperature: 393 K).
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Fig. 3.21. Effect of solution preparation temperature on average crystallite size of samples after

heating for 20 h (Fegl2 mmol, FeSQ 1 mmol, heating temperature: 393 K).
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16.7 mol/n}
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Fig. 3.22. XRD patterns of samples prepared using starting solution with different iron(Il)
concentrations (a=0.5, heating time: 20h, heating temperature: 393 K).

Table 3.3 Properties of samples prepared using starting solutions with twice iron(ll) concentrations

Run No. Average crystallite size [nm]  Median diameter [nm]

1 17.4 27.4
2 17.7 32.4
3 19.5 46.4
4 23.9 66.1
5 31.1 65.9
6 31.6 119.8
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(b) After heating f0120 h

Fig. 3.23. SEM images of samples prepeusing starting solution with twiciron(ll) concentratiorat

0=0.5(FeC3s: 4 mmol, FeSy: 2mmol, heating time: z h, Featingtemperatur: 393 K.
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(b) After heating f0120 h

Fig. 3.24. SEM images of samples prepeusing starting solution with twiciron(ll) concentration

0=1.0(FeC3s: 4 mmol, FeSy: 4 mmol,heating time: 2 h, heatingtemperatur: 393 K.
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(b) After heating f0120 h

Fig. 3.25. SEM images of samples prepeusing starting solution with twiciron(ll) concentration

0=2.0(FeC3s: 4 mmol, FeSy: 8 mmol,heating time: 2 h, heatingtemperatur: 393 K.
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JVE, BRA A PERE . HBIRIR Z RS 2 B8 pH SR, KBVLEIZ R HIREE & FE A% 4
2 2L SETEMREREZATV, ERPORL TR0, BRI & oMt 0B ki3
DNT FeOs T/ KA DERA I = X L Z ] LT, BE/ ST A =2 D72T Fe(I)/Fe(Ill)E
IV, BRA A PR KEVIVEREE O BN SR T AE R A ) = X AR ISR & I B h B
RHZEEROMNI LT, £, 2RO AWMUNIHHEST 52 L2k v, stk s O TR
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BAE
EHEmEFA L REZA M RFD
AR A T = R b OFRYT &R F &

4.1 %8

FeO, ) / KiF DL KR OKEAE R 7 v ATk, AiEE TTORLEZX DS, LR ORER
PEIZSUGRER IR E S O SRR IR RE 9 2 Z LB TH 508, ZORBORE
MEBILISNTWIRN2 D TERORLFRRHIENITZH D FRFE R OEEICE S BBV F
HBEIZELDbONTEANETHoT, 200, R FESIE, & <IZE nm OF /ki+
ZHIET 5 Z LIFFEFICHETH D,

AT ERERICKIETREBIE T A =X OREESZN S OMAMER 2 i F0ICfiF
Wrd 252 & CRIENRT A =2 Z b3 2 FIENREESN, ot 20RwE b, BBED
[ B, BENT A—Z Ot ETHOWON TS Y, FEERFFEEIT 1951451 Box & Wilson
Ik o TIREYEN-%, HAICXDHEAA Y v KO Myers & MontogomeryiZ k5 & % &
ERMNE T L bIC, ZLOPBETHOONER LTV, £7-. EBRFE TE SN
KA dhiiE (response surface methodology: #H7A 5o % Z & T, AIREZRR Y A7l
ET =4 2T, 8% - HetiIcRiEfiE 2 R 5 Z L AL o TnD ¥, $72bb,
EBFHEIC LB TT— X ZWNE L, 20 205 2 & T, & L EMNRR
FORRREERET 2 Z LN TE, /h R EDORIFZHTIC KV BE T A —2 O %E
BT D MAE LIIE S B Z EBNARETH D ) AFEET JRTO/RKR T v & A
WiEH L7l WL oGS TR Y., 72 & 21X Baldassarid 1% TiO, D& AIZ B W TR
TR, BRI 22 & ORGSR 2 Rl b+ 2 - oIS mEE AV Tng 19, F
7=, Edrissi DIXEREEZ WS Z & T, BaTiO; DR+ RICK b B i 52 ARF2HD
MZLTVS Y, LarL, ZhETORETIIOTNOHEAE LRKICHE - -T2 55720
DEGEFRMFORBE A ELR B E SN TEY | 1§57 H RIZE DWW TR O RS 7o i1
IFATHOIL TR,

AHFFETIT KGR T 1 & 2B TRE G YE FeO, 7/ KL F DRI FE 2 HliHl 3 5 72012,
B/ NRO EEREFCTE S OFEFRPNEE TE 5 2 KUERR F-FHE /e & O EBRGHEELZ v, 1B
i U7 IS B S ZE S W THE /ST A — 2 SRR ORI E A I T EE 25 L7z, &
To. KEAGIFIZBIT D FeO, T /R TARA D= AL EEBEZTDH L EHIT, 15D
REFIH U CHE b8 HlE 237 72,
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42 EBRFIE

4.2.1 2R3+

—MIZ, EBRFEETIIRTORME - KE - fHAGbE ToER (T2bb, BRFEME
[KIFHE : full factorial design NEARTH L7720, Z 2 TiE 2 KHERK TEHE (two-level full
factorial desigh Z£¢H L. Ai#E 3.2.15i TH W2 KEVAE B Y 1 & X OFENT K OR824 7
ST, ROV ATERT D FeO, 7/ KT ORFRERET 2 EHERBIERIT A -2 L L
T, RIEE TTHEOLNMRICIE S B t ], HEER O Fe(ll)1 4 > ¢ [mol/m?]
F OB O Fe(l)Fe(lll) A 4> DE/Lr [F2 A LTz, o037 2 —4 (HBAER
T) WL TENEN 2KETEL ST, T7hbbH, Fig. 4LIRT X DIZ, 2 5DKEE)N
570 % 3 DDOMNIEE (X~Xs) & &R T-FHENHE > TR T O K TEAICEH Y 24T, Table
4117 8[ED = e EERAFE Lz, 723, RPO+1 &-1I1TENEIKED FHKIZKF
S L, AREBRTIET R COLMTHREMEMYE FeO, 7 /R T+O¥—HAEL5Nn5 K51, 1, ot
DRHERZNZN 058 L1020, 16.78 L8333 molim, 1BELUN20hE L7z, EBREBIET
AT 3218 LRk E L7, 723, BT RUCRE SN2 3F 13 Run NolZxt s LT 5,

4.2.2 — 3 E N BRI E

I TR LZE IS, A7t ATHLND FeO, 7/ i +OEEMEITEA A L BEDE
BEZT 50, c DBRMERFALZIRET D2 MENDH D, £ 2T, FeOs 7/ Kt D¥—HH1 5
LD EMEOFHNT, W ONOERMEEZEM (Fbb, —HEMEXGHHE : fractional
factorial desigh L. &iPH%Z [T CEREZITH 2 & T e OREBLFMICHFT LZ, 2 2 Tk,
E)VIE r=0.5~2.0 L MR t=1~20 hiZFfE L L, 851 A 2P ¢ % 133.3 mol/m & T8
NS T2 Fig. 4. 202 %M 2 R R & £ OFEMTHEIPH 27~ L Table 4. 22 EBREIHE 27~ LT,
2T FONTEROSFME L BET 5 2 & THITRKEZm ES¥7,

4.2.3 Bl 5k

RLEE AT ORIE Tl 557z FeO, 7 /K7 O KIREIRICEE (40 W) % 5 min 4T
U CREEIR A fRRE U7t (EESEME DR /540 2 B e BkELEE (Malvern, B — & A HF—F
JZS) ICEVWHE L, BonhTRBOT—X2IZx L, ZEEMRENT Y 7 U =T O
Design-Expert(Stat-Easg % F\V T4t (analysis of variance: ANOVA) & 2 I [RI)F43
Hr (multiple linear regression analysis: MLRA) %179 Z & T, &R TOREBE LM 5 & &
b, INEEAER Le, £72. BERAEIERE (30°C, 12 h L THLZHEI O
et 2 X BRIRIC Cu-Ka # 4 W72 R X #REdrdEE (U 4270 RINT-1500 THtrd 5 2
LT, TRTOERSEMET FeO, DB —FHBNEOLNTWD Z AR T L& & bz, FEHfh
T RRARME L, 6, ARPOMKEFME 2 BEE & TIWEFBGE (Quantum
Design MPMS XL) TRIET 5 Z & CTRE ORI LA & (-1 2 580 L 7=,
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Fig. 4.1. 2 full factorial desigrwith 3 factors and 2 leve.

Table4.1 Levels of independent variables and assiexperimental conditior in 2* full

factorial desig

Independent variabl Experimental conditior
Run No.

X1 () Xz (©) X5 (t) r-] ¢ [mol/m?] t[h]
1 -1 -1 -1 0.5 16.7 1
2 +1 -1 +1 2.0 16.7 20
3 +1 +1 -1 2.0 33.3 1
4 -1 +1 +1 0.5 33.3 20
5 +1 -1 -1 2.0 16.7 1
6 -1 +1 -1 0.5 33.3 1
7 -1 -1 +1 0.5 16.7 20
8 +1 +1 +1 2.0 33.3 20
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Fig. 4.2. Fractional factorial design with 3 factors.

Table 4.2 Levels of independent variables and assigned experimental conditions in fractional

factorial design

Independent variables Experimental conditions
0 %@ %®  rH cimoid

9 -1 -1 +1 0.5 16.7 20
10 -1 -0.71 -1 0.5 33.3 1
11 -1 -0.71 +1 0.5 33.3 20
12 +1 -1 +1 2 16.7 20
13 0 -0.71 0 1.25 33.3 10.5
14 +1 -0.14 -1 2 66.6 1
15 +1 +1 +1 2 133.3 20
16 -1 -0.71 0 0.5 33.3 10.5
17 0 -0.57 -0.89 1.25 415 2
18 -1 -1 -1 0.5 16.7 1
19 +1 +1 -1 2 133.3 1
20 -0.33 -0.14 +1 1 66.6 20
21 -0.33 -0.14 -1 1 66.6 1
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43 BEBIUVEE

4.3.1 &KX FEHE O3 BUTIC K 2 R 1 OFFll

Table 4.1 % 21T B L= 50BN O RLEE Z3Af 1 P 3R R 0 A BRI X 0 DR EFR B RF=0.95
TERITE 22 DD RHEIER /940 O K I8 Dso [nm] & ST MR 22 0g [—] 2 BLEE /3 Af
DRFMHEE L TR, PR TR L OB (BafRbE, RiE7)) & & HIZ Table 4.3
IZE & DT, REBROEMFFFANTIX, ogl 1.23+0.04 THLEE /3 DR 0 1T K Z 728 {biX
RoNiehotz, £, BBENISFEICE > TR DMEEZ R LN, fEFBMLEIX 60~70
emu/giefE TIZIFRETH U . y-Fe0; DEIFIELLAE (56 emu/g 0LV RKEWZ L2vh ., AR
WX FeO,D¥— M EE X LND, L L, BT RPN CTH - T272DIZ, 7SV 7 O Fe0O, (90
emu/g VLV ENEL RomtELZOND, ZOZLiE, WTROREHIBWT BRI
HEH/N S <, BEBIEIGEWEE 2R T 2O bHERTE 5, U EDORR LY, &
PIEE Do, EIIRESL T8, REESI DT — X2 IZEESN T, REMR T vt R % LI CHEAT L 72,

FT DsoDEALIZER LTI 21T o 72, 12U DIZ, Dso®DT —HZIZxt L Tl EEICE
75 ANOVA 24T RIFRICHE L TV AIRTFOBRFE T 72, LT Tik, ¥ r,
C. tEZNHDORAFEM rxe, cxt, txr (ZNEhrkc c&t térORAEAEZTRT) %
FRNT IR RIR L2358 20 5,

— S, ZUEEETIEERT —Z Y (T72b b Dy OEENIT

Y= V1 +r+ G +t+ (er)ij + (Cxt)jk+ (txr)ki + Eijk (4 1)

TRIND, 22T, FEEROBZT I, j. kKITEAZEIr, ¢, tOKEEZRL, i, j. k=1,
21T TH-1 +1 OKEITHIET Do £72, e (TRBRAREZ T T, pIXY DR TH Y |
RATRDOHND,

L n, ne ng
= Yii | = 34.6 4.2
# N NN (2 Z Z le) (4.2)

i=1j=1k=1

ZIZT M N FENEIL ¢ t OKIERE R L, AEBRTIEVTRE 2 TH D, ANOVA
2 & o THBEROFBEE &3l 2 IS BN RE KT 2 LER DD, ThbE, TF
o (Z5®h) . HEEE., S CEHTR) . St (FI) ZIEREH L, pizknd = & ¥
BLTODETZMET 5, 1. o tOZHR EHBIEROZIZLDHHR) L rxe, oxt, tx
DEZEMEM (BEOZEOMETIZLDHR) BUTOL KDL Z LB TE D,

FHR
__1 X (=151 (i=1)
" nen, (Z;Y""“> “HE { 151 (i=2) (4.3)
j= =
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Table 4.3 Results of sample analysis fofult factorial design experiments

Average  Saturation

Run . .. Coercivity
Dso [nmM] oy [-] crystallite magnetization
No. _ [Oe]
size [nm] [emu/g]

1 30.8 1.27 13.5 59.9 21.5
2 33.1 1.23 30.7 60.2 74.3
3 38.3 1.22 21.0 69.4 74.0
4 33.8 1.23 17.7 66.5 97.8
5 27.2 1.19 20.4 59.7 74.3
6 28.6 1.24 17.4 56.0 44.2
7 39.1 1.20 20.0 69.0 71.3
8 45.8 1.24 24.0 71.2 80.3
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o B )-8 425

k=1i=1
1 ny ng
-336 (k=1)
o v 4.5
i (;; Uk> H { 336 (k=2) )
ZHAEH
N 391 (i=1j=1)
1 _)—391 (i=1j=2)
(T‘XC)L']' —n_t<kzlyijk>_ri_cj_nu_ -391 (i =2,j= 1) (46)
= 391 (i=2,j=2)
. -019 (j=1k=1)
1 _) 019 (=1k=2)
(cxt)jk_n_r<;njk>_cf_tk_#_ 019 (=2k=1) @7
= -019 (j=2k=2)
Ny -0.01 (k=1,i=1)
1 )00l (k=1i=2)
(txr)ki_n_c<‘ 1Yijk>_tk_ri_”_ 001 (k=2,i=1) (*8)
]=

001 (k=2,i=2)

L7zin> T, EREZBMEMPOEBERDITLSE EZRTFELIM S ERD I HITKD LD Z
ENTE D,

ne Mg N

S, = Z 2 Z(Yijk _ )% = 26747 4.9)

i=1j=1k=1

nr
S, = ncntzriz = 18.30 (4.10)

33.21 (4.11)

Ne
- 2
S; = nn, Z Cj
j=1

ne

S, = nrncz t2 = 90.45 (4.12)
k=1

n, ng

Spe = ntz Z(r X 0)i = 12246 (4.13)

i=1j=1
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ne ng

Sexe = nrz Z(c X £)j° = 0.28 (4.14)
j=1k=1
Nng Ny

Spser = Mg Z Z(t X 1)> = 0.001 (4.15)
k=1i=1

ENIE R RS S

S=S*TS+S+SxctSatS«tS (4.16)
THRTZLHTELHDT, REFSTMKUIKRALVEHTE S,

S$=8—S—S S Sk S S« =277 (4.17)

—fRIZ. BAEE FIZE T ME T DML O &2 R 3720, REBR CIIKERNS 1
ERIWEEE 72D, T70bb,

f,=2X2X2—1=7 (4.18)
fi=f.=f=2—1=1 (4.19)
fre=Toa=Tor=(2—1) X (2—1)=1 (4.20)
fo=f,—f—fe—fi—fre—foa—foa=1 (4.21)

LD, DBMVITET Mz BHRETE S Z LT, S OICHEROSELL FITSRTF OS5 # A
MESIMTH L Z L TERENRDBILD,

Fr=Vi/Ve=(S/f)/(S/f) =6.63 (4.22)
Fe=V/Ve=(S/f)/(S/f) =12.03 (4.23)
Fo=ViVe= (S/f)/(S/f) =32.76 (4.24)
Fre=Vird Vo= (Sl T/ (S/f) =44.35 (4.25)
Fox= Vo Ve= (S/fex) (S/f) =0.10 (4.26)
For = Vil Vo= (Sor/fixr)/ (/) = 0.0005 (4.27)

PLEOFIETHEM Lzt (FE) o FofmMBREeHWsZ L TpfazkdbZ ENT
XHMN, ZZTIEEHEODIC, FHEY 7 =7 Excel (Microsoft) @ FDIST %k % H
WTC pEEHEH L7z, p EIIRERHENARE L RIEELZRTIEND, ETMIXT D
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R FHREHEMEAR L. TOMEN 0.05KHTHh D &L DR F EIITET VB RIIK LT
WEAGZ 5D, 0.1 EOBEIZITZ ORFITHRITH L TREL 5 2 5 IRt/ s s
Al CE 2, ¥, LLEOREFITIE, pEOR/NMEZRTRFIL rxc Th o723, £ OfEIX

p'Value: FDIST(F{xc, frxc, fe) - 0095 (428)

ThotzZ &b, ERRO6EREZE L-ET LVOEBEEIKRNZ ERNbooTz,
Z T, MET ARSI W EFH SN R AR EBREICED (Thbbr—U v
7 L), fEix OMAEDLEDY & THE ANOVA 217- T pfEz RO 7-FER, Table 4.427R
Lizddic, e torxe © 4 BRZER LIDHEIC p EARBIICHR/NE 20, BT L
L COREENPEWEFHETE 7272, 2 b D 4 [RF2 Dl Ba 52 HRFThHhDH 2
ERHLMME o7, I, TNHDORFICE L TE %2 OREEZEHE Lz, FRFDOES
FISHOREENT Vo L BHEfOFAELEI 2L CMEB SEFE L, SERTHMS O
FEDDERF DOFEEE p [W]PHEETE S,

pr={S—(VeXf)}/ S, X 100=6.5 (4.29)
pe={S— (Ve X f)} §,X 100=12.0 (4.30)
p={S— (Vex f)}/ S, X 100=33.4 (4.31)
pe={Se— (VeX o)}/ S, X 100=45.4 (4.32)

ZOXHCLTELNI-ERE Table 4.5 2F & 7, Dsold rxc DB LZ R HR Z T, RV
TtOEBENRIWI ENDbhoT-, £7-. r BL O c DB TORENR LA NS o7
ZEML, IRBREBIZKREV, B LLITEBITNEWEAIC, KFRIIREhEELT
T5Z LR ST,

[FRRIC ., A s PR OMRREI T L, N2 r, o, t & ZOMAANEM rxc, oxt, rxt, rxcxt
IZHOWTHERTFDIFEHZ KD, ANOVA figtr L C pfEZ R L. Table 4.65 T Table 4.7.C%
NEIUR LTz, fESTROMITTIE, 1. oo t RO oxt & W2 fEHTE T L C p A e/ ME &
Rolole, TNHEREBRT & LTI ZITo7o, 20T, r ROt OFBENRIEFICK
L, MBS 52 L TRBFOREDPEZ > TWVDZ EDNMRINT, MmTRICHELT
WAHKRFDNEFIL, r>t>ext>c THDH I ERHLMME o7z,

— . BREESIZOWTIE, r. ¢, t X U8rxe, rxt Z#FEH L7254 O ANOVA @i T/ p
ERFONTc, REEINTEEL TOLRFOIEFIL, t>rxt>r>c>rxc THH I ERDh-o
Too ZORERITr LR EBICKRELSEEL WD I AR L, MR TFROEE L REEOEM
R LTco 1 KOVt BEINT 2, T2 bbb TR ENT 5 & & BITRBESI DN L7223,
WTALDOFEHZIB W T 100 Oebl FTh o 70, ZIUTKL OB RIZ - CTHBXEIE N %
HRHEEIC 22T b e ZE2 505 2 ZhIcky . KTINOMSE— AL FABGESC LY
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Table 4.4 ANOVA results for geometric mean diameterifuld factorial design

Source Sum of Degree of Mean square F-value p-value
squares freedom

r 18.30 1 18.30 18.04 0.024
c 33.21 1 33.21 32.73 0.011
t 90.45 1 90.45 89.15 0.003

rxc 122.46 1 122.46 120.70 0.002
€ 3.04 3 1.01 — —

u 267.47 7 — — —

Table 4.5 Coefficient of determination of each parametet fulXactorial design

Coefficient of

source S determination
r 17.29 6.5
c 32.20 12.0
t 89.44 33.4
rxc 121.45 45.4
e _ _
u _ _
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Table 4.6 ANOVA results for average crystallite size’ifufl factorial design
Source SS;L:T;::; [:reegerg(?r:f Mean square F-value p-value
r 94.53 1 94.53 22.08 0.0182
c 2.53 1 2.53 0.59 0.4979
t 50.50 1 50.50 11.80 0.0414
cxt 22.78 1 22.78 5.32 0.1043
g 12.84 3 4.28 — —
u 183.19 7 — — —

Table 4.7 ANOVA results for coercivity irf 2ull factorial design

Source Sum of Degree of Mean square F-value p-value
squares freedom

r 579.70 1 579.70 85.68 0.0115
c 376.75 1 376.75 55.68 0.0175
t 1504.26 1 1504.26 222.32 0.0045

rxc 236.53 1 236.53 34.96 0.0274

rxt 1178.55 1 1178.55 174.18 0.0057
e 13.53 2 6.77 — —

u 3889.33 7 — — —
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HHICEHETE D L9572, HOMRTEE TIIKETENHEML, £ Ok 72
BRI D L EWMEME L 20 RIS 2B MR H 5, o, M FEN NS WSS
IPRIES SIS < BEBIEISEN 2 LGRS,

4.3.2 Ji 7B il A B WO TR R A

BRI 2 Do DT — X ZEIRIHTT 5D Z & TDso® ZIR TS FER T 2 v b (2 fhim)
EER LTz, 22 TClk, E&E0OREER L 2RkREE2 G0 2EXETT VA AV T MLRA %17
ST, T2 b, Table 4.427% L7 ANOVA OfERIZESNT, r, ¢, t. rxc ® 4 EK % FH
% MLRA ZIHEAETF L EZ VWD & DeldkATHRT Z LN Tx % 19,

Dso=/p01 f1X1 1 f2Xot BsXs+ faXo Xz (4.33)

ZIZT Bon b B I EBRFEROEIROIIC L VIRESNAEETHY ¥, KEBRTII Ds %
PERE RR=0.988 THRAUC L Y 4 EK L HHEITX7-,

Ds5o=234.611.51X; +2.02X,+ 3.35%;+ 3.91X X, (4.34)

(4.34FXD X1, Xoo XegZZAEILr, . tITEEZH L CTIER L 7= Dso DG #h I % Fig. 4.312
RLTe, 22 THEHr 2058 X020 T—ELE L, c &t 2RI & > CSEdhimZ2 KR LT,
r=0.5 OHFAITHRBEIEE T O Fe(l)A 4> & Fe(ll)A 4> DE/LEDN FeOu 12815 Fe(ll) &
Fe(IND&EfmL LR L TH L=, BB T HRIKIEDIZE AT Z 6T, HOIZ FeO, D&
RGN EITTHEEZEZ NS, 2O, t EINT 5 ERFREIZ XK > T DsoldEIN4 5
M. CERELT D EMBEDOERNPEE L7020  DeolTD LB DD, ZHIx L,
r=2.0D%AT cOHEINE & HIT DeolTEM L 72, r>05D & &+ 720b b HBEERT I Fe(ll)
A FUNRISOBERILE LY L2 VA, BiEE TTHik~<72 & 91T Schikorr &2 = % 19
EEZOLND, ZORIEEDAERRSIST R TEITRE N =D, FeOy DOfE SN ARK LT
#%. Schikor KJSIZ K » TREROMICKRE LTz éEB 2o b, &I, e REVWEEIZIZZO
WRDBE Lo 7272, FeO, DREEENZ < AR LTZIZH DT, s D FeO, 7/ Hi
TREVRELEELLEEZOND, 2O LI, InEhEZ2F AT 2 2 & CitstE FeO,
TR OERGHIEEZ A LI T 5 Z LN TE, ZORFEHIENC W CEHEERBRIER 1%
M TE A2 EBNmRETz,

WA, B LTS B i 2 FH U C BARRL TR ORI FeO, 7/ BT 2155 7o O D54
REEZBRF LIz, 22 TIE—FlE LT, MRIEEAIS IS TTHE 972 Dsg=30~35 nm& 72 %
SRR 2 PR TR LTz, W< D DOFRA 72 1 1TxF L, Dso 2 _ERCO&FH % i 72 318k % Fig. 4.4
(R LTz, 7eB. K OMHRIIARER CiRE L= &M#HO L TR 77, r=05084, ¢
EtEELITEME D WD SHD L Depld RES B LRV DIZRI L, rZEKREL<T DL
C &t OREROELIZHT LT Degld KE Kb L, &< IZr=2.0TIL DsgDZEALNEL L, il
B RTRE 2R S EBH N B 72 D Z E b ho T, £72, 1=0.86L 9% & Dsp=230.0~30.5 nmix
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HHOFFAINE 72D H DD, Deold clZXILT—EERD T END, clZRLTa R Rk
TRHENITA D Z ENRBENT, EXY, RTEA/KE N FeO, T/ Wi 1 %155 121
REW 1 TOBRRPAERTH D0, FMFEFHINENT D72 DB R FHRENERINLD,
FREGHIB N2 FeOsF / B2 BT DBRICIZSRMIC L D Do DEEMFEF SN D, 1 /M E
WEHERE LTS EE R D,

X BT, UL OSSR 2R RN IS Uiz, & 2 Cld—fl & LT, Dsp=30~31 nm
32~33nm 34~35nm® 3KHEE BIE L T HEHEICONTREF Lc, £7°. &&EFEAOF
P (X =X,=X3=0) Tk T 5. Fig. 4.4y D A(r, ¢, 1)=(1.25, 25.0, 10.5)D 5t TE R
EBREIT -T2, O NT-3EN D SEMBIZMS & *HEIEIR AR CUTfel L 72k 4346 % Fig. 4.5
L7, Dsp=34.7 nm (6,=1.23 R*=0.992 O Fe;0, 7 / ki ¥ Fbh, (4.34 U L 5atE
fEE (34.6 nm LIFF—E L7, FERIC, £ D Dso 2 32.6 nmds LT 30.5 nmé FAE IS
B (r,c, t)=(1.25,21.9, 7.0 V4 C (r, ¢, t)=(1.25, 18.9, 3.0) DM TliL, N Z1Ds=32.1
nm (g,=1.23, RR=0.993, D5x=30.7 nm (6;=1.22, RF=0.989 Th o7z, LM ->T, K
FENTOFERITZ Y TH Y . EREEEEZFE/NRE LGS THOARTIEEHOTERMYE FeO, 7
J RLF DR EEHIH 2 GBI EMET D Z N TET,

4.3.3 — IR ERE RGN K 2 kAP

Table 4.2 EBREE IC S T s lE FeO, 7T/ B F DA R 21T\ F OfE S+ & OV iz
BORERE R A Table 4.8127~ L7z, #iHfi & FEROFIET ANOVA FEIT 21TV, Z OFERICHE
SWCINE T 2 /ERL L7=, ANOVA fi#HT Tid, MNrZ% r, ¢, t & ZOFMAENEMH rxc, coxt,
rxtrxext (23t L COELFZEH L S ESERITET MZONWTZDEFEMEZ RO, 72355,
AIE TR L& 912, r=0.5 T ¢=66.6 mol/m DA 1% FeO, DB —FHN G bRz,
c<33.3 moliM D& TEBREIT - 72, 15 DTG R4 Tables 4.9% 1 4.10127R L7223,
BiA A IRE O Z NS 1256, R TRICKEREEL 5 2 5 DX Fe(ll)/Fe(lll)E /Lt r
RO t TH Y. )7, PALEITIE Fe(l) 1 A A ¢ & MBERT t N9 5 Z L2
bhrotz, ZDOX T, FERMEOE KA TR A2 I 9 5 1IN R A IR ICEE T
DT EBHLNIR ST,

ZIZT. ClIERTFRICREREEBLEZ R -T2 &b, c2—ELLTr &t 2%k
SHTBEOIEHEZER L., Fig. 461RL7Z, clicX o r ROt —F b L ITmE
WYEINT 2 & EHRERFRBERT 5 Z LR TE T, £, e REWVWEEITHER TR
CHENN T DA AR L2, ZAUTATE L7z X 9 IZRKIGED Fe(ll)A 4> »> 6 Schikorr 5 i
W2 X > TFeO AR L FaO, 7/ KL F- DR BRI SNl L B2 b s,

SHIL, rE—FELLIEGAED c L tIZXD2PROENE Fig. 471 LTe, HAZEIT
EHICE o TRESZEL LD /INE W ¢ TIEHAAERIE t OZA{RITKT LT 25~30 nmE2JE Tl
E—ETholc, 2O ENDL, cE/NSLKTHIETHIREZLZEL CHIFITE 5 Z LR
2 X7z,
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Fig. 45. FE-SEM image and particle size distribution of sample prepared under conditr = 1.25,
c=25.0 mol/n®, andt = 10.5 h.
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Table 4.8 Result of sample analysis for fractional factorial design experiments

Average crystallite  Median diameter

Run No. size [nm] [nm]
9 20.0 36.8
10 17.4 27.3
11 17.7 32.4
12 28.5 314
13 22.0 27.5
14 22.2 55.7
15 31.6 119.8
16 17.5 36.8
17 22.6 32.6
18 135 30.1
19 31.1 65.9
20 23.9 75.0
21 19.0 66.1

Table 4.9 ANOVA results for average crystallite size in fractional factorial design

Source  Sum of squares Degree of freedom Mean square F-value p-value

r 98.11 1 98.11 24.81 0.0008
c 23.02 1 23.02 5.82 0.0391
t 37.93 1 37.93 9.59 0.0128
e 35.59 9 3.95 — —
U 366.30 12 — — —

Table 4.10 ANOVA results for median diameter in fractional factorial design

Source  Sum of squares Degree of freedom Mean square F-value  p-value

r 1.66 1 1.66 0.015 0.9054
c 3672.63 1 3672.63 33.32 0.0004
t 1239.77 1 1239.77 11.25 0.0100
cxt 676.16 1 676.16 6.14 0.0383
e 881.68 8 110.21 — —

U 8753.85 12 — — —
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