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OCOBJIMBOCTI CUHTE3Y CJABKOATI'JIOMEPOBAHUX HAHOYACTHUHOK Fe304

3 MIKPOEMYJIbLCIA

ITpoBeneHo cuHTE3 HAHOPO3MIpHUX YacTHHOK FEe30,4 3 MiKpoeMyIbCiii Ha OCHOBI Pi3HUX THUIIIB TOBEPX-
HEBO-aKTHUBHUX pedoBUH. [Ioka3aHO B3a€MO3B'SI30K MiX XIMi4HOIO OYyJOBOIO MOBEPXHEBO-aKTHBHOI
PEYOBHHHU Ta PO3MipaMH YacTOK, IO yTBOPIOKTHCA. BHKOPHCTOBYIOUYH 3aPONOHOBAHY METOIHKY,
OTPUMAaHO cla0KOarJoMepOBaHi HAHOYACTHHKH 3 BY3bKHM PO3NOAUICHHSAM Ta pO3MipaMy MeHIIe 5 HM.
JloCiijpkeHO MarHiTHI BIaCTHMBOCTI CHHTE30BaHMX HAHOYACTOK Ta MOKAa3aHO, IO BOHH HPOSBISIOTH

cyneprnapaMarHiTHi BI1aCTUBOCTI.

BCTVII. HaHOUYaCTKM Ta HAHOPO3MIpHI CTPYK-
TypHY Ha CHOTOJIHIIIHIN IeHh MAaIOTh INUPOKUH Hay-
KOBHil Ta npakTuyHuii inTepec [1, 5]. Cepen minoro
pAxy mpobyeM, SKi BUHHKAIOTH TIPH PO3poOIli Ta
JOCITIPKEHHI HAHOMaTepiaiB Ta HAHOCTPYKTYP, OCHO-
BHA TIOJIsiTae caMe B iX cuHTe3i. [cHye Benmmka Kijb-
KICTh METOJIIB CHHTE3y HAHOPO3MIPHUX YaCTOK, Ha-
MPUKJIaa, OCaKEHHS 13 PO3YMHIB, 30J71b—T€lb CHH-
Te3, crnpeit mipoui3 Ta iH. [6]. [IpoTe BUKOpUCTaHHS
3a3HaYEHUX METOJIB CHHTE3Y, SIK MPaBHJIO, HPUBO-
AUTH 00 OJACpPKAHHA CUJIbHOATrJIOMCpPOBAaHUX Ha-
HOYacToK [7].

OcraHHIM YacoM 0COONMBY yBary JOCIHiTHU-
KiB IIPUBEPTAIOTh METOJM CHHTE3y HaHOYAaCTOK,
SKI TO3BOJIAIOTH IX 130JII0BAaTH OJHA BiJ OJHOI B
npoueci cuaTedy. OJHUMU 3 TAKHX METOJIB € OJIep-
JKaHHS HAHOYAaCTOK 3 HEBOJHUX PO3YUHIB abo 3
po3uuHiB Mikpoemyibciii [8—10]. Came cuHTe3 3
PO3YUHIB MIKPOEMYIBCI JO3BOJSE€ TPOBOJUTH
peaxiifo YTBOPEHHS PEYOBHHH B 130J1bOBAHOMY
00’eMi, po3Mip IKOTO MOYKHA KOHTPOIIOBATH, 3Mi-
HIOIOYU XIMIYHHH CKJIaJ a00 KOHIICHTPAIII0 KOM-
MOHEHTIB MipOEMYIIbCiH.

Y Hamr yac Bce OUTBIT aKTyaJIbHAM CTAFOTh JI0-
CITi/DKEHHS, TIPUCBSYEHI CHMHTE3y MarHiTHUX HaHO-
4acToK Juis OiomenuuHoro 3acrocyBanus [11, 12).
3HayHMII HAYKOBWW 1 MPaKTHYHUI IHTEpec mpen-
CTaBJISIFOTH (pePOMATHITHI MaTepialii Ha OCHOBI CHO-
nyku Fe;0,, siKi MOXKYTh 3aCTOCOBYBATHCS B OHKO-
goril: ans mgiarHocruku (MPT-300paxenHs), Te-
pamii (locraBka 3aco0iB TeHHOT Teparii Ta 3BUYaii-
HUX JIIKapChKUX Tpenaparis) | rimeprepMii 37105Ki-
cHUX myxyinH [13—15]. JIns npakTHYHOTO 3aCTOCY-
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BaHHS [IMX MaTepialliB HeOOXiTHO CHHTE3yBaTH Ha-
HOPO3MIpHI HearJioMepOBaHi YacTKH 3 PO3MipamMu
5—15HM, B sKHX cmocrepiramace OW Manma arpe-
ramist i sKi 0 XapaKTepu3yBajHCh BIACTUBOCTIMH,
OJIM3BKUMH JI0 CyleprapaMarHiTHHX.

VY nitepaTypi Ha CbOTOAHINIHIN JE€Hb OMUCAHA
BENMKa KUTHKICTh METOMIB CHHTE3Y (pepoMarHiTHHX
MaTepialiB 3 po3unHiB Mikpoemybcii [16, 17], 30-
kpema i Fe;0,. [1poTe 3anumiaeTbest He 3'ICOBaHUM
MUTaHHS, SKUM YAHOM MO>KHa KOHTDOJIIOBATH ar-
JIOMEepaliio 4acToK Ta iX po3Mip MpU CHHTE31.

ToMy Meroro maHOi poOoTH OYJI0 MOCTIANTH
ocobnuBOCTi cuHTEe3y HaHo4dacTok Fe;04 3 posun-
HIB MIKpOEMYJIbCI Pi3HUX TUIIIB Ta BUSICHUTH BILUTUB
PI3HUX MMOBEPXHEBO AKTHBHUX PEYOBHH Ha BIACTH-
BOCTi CHHTE30BaHUX MaTepialiB.

EKCIIEPUMEHT I OFI'OBOPEHHA PE3YJIb-
TATIB. B SKOCTI BUXiTHUX PEATEHTIB ISl CHHTE3Y
HAaHOPO3MIpHUX CKIIAJHUX OKCHJIB 3alli3a 3acCTo-
COBYBaJIM BOJHI po3unHu coneil meranis. FeCl, i
Fe(NOs); kBamidikaii u.x.a.

BukopucroByBain HacTymHI MOBEPXHEBO-aK-
tuBHi pedounu ([TAP):
noJtiokcuermiiboBauuil ankingeno (Triton X-100)
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VYci pearentu Oyau BupoOHUITBa GipmMu Sig-
ma Aldrich, koHIleHTpaIllisi OCHOBHOI PEYOBUHU
craHoBuia He meHie 98 %.

B sxocri MacnsiHOT (pa3u mpu CTBOPEHHI MiK-
pOEMYJbCiii BUKOPHCTOBYBaIM IMKJIOTEKCAaH KBa-
mipikamii x.4., sk Ko-IIAP — OyruioBuii crimpT
kBayidikamii 4.7.a.

Sk nucnepryroue CepeI[OBI/IHle Ta PO3YMHHHK
3aCTOCOBYBAIIH OimucTUIIBOBaH ogy (3 koHIIEeH-
TpAIli€r0 IOMIIIOK He Oinbie 1 —10 %).

I[Jm guHTesy Opany BOJAHI PO3YMHH XJIOPHUJIB
Fe* i Fe* 3 kourenrpartisima 1.78 i 0.96 moib/n
BifmoBinHO. B six0CTi 0cakyBava oOpanmii 25 %-it
BOJHUHI PO3YMH aMiaky.

Cunre3 Fe;0, mpoBoauin 3a cXeMOI0, Mpesc-
TaBleHo Ha puc. 1. CiBBigHOIIIEHHS KOMITOHEH-
TiB TIPH CTBOPEHHI MIKpPOEMYyIbCiii mijgdupanu y
BIIMTOBITHOCTI 10 METOWK, OMMUCAHUX B poOOTax
[16, 18—20]. KoMmnoHeHTH MiKpOeMyJbCil 3HaxXo-
JWINCS Y HACTYTHOMY MacOBOMY CITiBBiIHOIIEH-
Hi: coai meraiiB — 11, [TAP — 11, nuuknorekcan —
65, 6yranon — 13 %.

Mikpoemyascis 1 Mikpoemyabcist 2

Bonni
PO3UHHH % Bonni po3unnn
couei —— ocalKyBaua
MeTa/lB % i% (NH,OH)
Opraniuenii
PO3YHHHHK

% #
%*’*‘
* ¥ X

Puc. 1. Cxema cuHTE3y HAaHOYACTOK 3 MIiKpOEMYJbCIiH.

g 3MilIyBaHHH Ta HATPIBAHHA
MiKpoeMyIbcil

YTBOPEHHSI HaAHOYACTOR

VY BiAMOBIAHOCTI 10 CXeMU CHHTE3Y (puc. 1) Mik-
pOeMYyJIbCii coJieid MeTalliB Ta OcCaJKyBaua OJHO-
YacHO 3JMBAJIM BIPOAOBX 1rox Ta miggaBaiu
IHTEHCHBHOMY T€peMIllyBaHHIO Ha MaTHITHIA Mi-
mwani, 3 HarpisauHaM g0 70 °C BOpogoBxk 3 ro.

OTpuMaHi YacTKH BiJAUISLIM 32 JOTIOMOTOIO
neHTpudyryBanns npu msuakocri 6000 06/xB npo-
TaroM 15 xB. IIpoAyKT mpomMuBamM AUCTHIHEBAHOIO
BOJIOIO 1 ETHIIOBUM CIIUPTOM.

PeHTreHiBChbKi TOCHIKEHHS] BUKOHYBAJIU HA M-
¢paxromerpi JJPOH-4-07 (CuK,-BUIIpOMIHIOBAH-
us1) B inTepBanmi 20 = 10—150° 3 kpokoM 3HOMKH
0.02° ra excnosumiero 10 c. CTpyKTypHi apamerpu
YTOUYHIOBAJIM METOJOM ITOBHOTIPOQIIBHOTO aHali-
3y PirBenpna. Jlnsi BU3Ha4YeHHS pO3MIpiB Ta MOp-
¢ouorii CMHTE30BaHMX YaCTOK MPOBOJAWIM €JeK-
TPOHHO-MIKPOCKOTIYHI JocmipkeHHs. Mikpodo-
torpadii 3HIMaIM Ha TPAHCMICIHHOMY €IeKTPOHHO-
My mikpockoni JEM-1230 (pipma JEOL, Anowis).
Jls BUBUEHHSI MarHITHUX BJIACTHBOCTEH BHUKOPHC-
TOBYBaJIM BiOpaIliftHUN MarHiTOMeTp. 3pas3Ku Ipe-
CyBaJM y TaONETKU Ta 3HIMalld TeTJi TicTepe3ucy
MpU KIMHATHIA TeMrepaTypi.

Ha nepriomy erami po6oTu npu cuntesi Fe;0,4
13 3aCTOCYBaHHSIM Pi3HHUX THIIB MIKpOEMYIbCiii Oy-
JIO BCTaHOBJIEHO, IO NPH TPOBEICHHI CHHTE3Y B
atMocdepi ToBITpst BinOyBaeThcs OKHUCHEHHS JIBO-
BAJIGHTHOTO 3ajli3a JI0 TPUBAJIEHTHOTO, 1[0 HE J103-
Boisie onepxarn Fe;0, Tak, Ha peHTreHo-
rpamMax 3pasKiB, CHHTE30BaHHX 3 MIKPOEMYIIb-
cii Ha ocHoBi CTAB, B armMocdepi nositps
CIIOCTEPIraeThCs HASIBHICTH Jiniie mikiB F&,03
ta NH4CI (puc. 2, a).

ToMy nojanplinii CHHTE3 IPOBOJUIIM B
atMocepi aproHy 3 METOr0 3amoOiraHas Ie-
PE/MACHOTO OKMCHEHHS JIBOBAJICHTHOTO 33-
n13a Bci BuxigHi KOMIIOHEHTH, a came F
Fe* ta NH 4OH TOTYBaJIM B OKPEMHX Mucpoe—
MYJbCIsX, SIKi OJHOYACHO 3JIMBAJIU B aTMO-
cepi aprony mpu mepemimyBaHHi. byno
BCTAaHOBJICHO, IO TICHs TIEpEMIlTyBaHHS Cy-
Millli BUXiIHUX MIKpOEMYJbCid po3unH Haly-
Ba€ TEMHOTO 3a0apBIJICHHS, 1[0 MOXe BKa3yBa-
TH Ha yTBOpeHHs Fe;0, y BimmoBimHOCTI 10
peaxitii, mpuBeeHoi B poboTi [21]:

FeCl, + 2FeClg + 8NH,OH ® FegO4 +
+ 8NH4Cl + 4H,0 .

151 MOBHOTH TPOXOJKEHHST peakiii cy-

ISSN 0041-6045. VKP. XMUM. XKXYPH. 2012. T. 78, Ne 5



W%WM 3
WMMWMWMW ’,r MM

T T T T T T T v T

25 30 35 40 45 50 55 60 65 29

Puc. 2. a — Pentrenorpama npexkypcopy, OTpUMaHOTO
npu cuHTe3i yactok Fe304 B aTMocdepi mositps 3 Mik-
poMyibCii Ha OCHOBI HMOBEPXHEBO-aKTHBHOI PEUOBUHU
LHeTHJITPUMETUIaMOHINOpOMiny, 6 — pEHTIeHOIpaMU
gactok Fe;0,, cunTe3oBaHuX B aTMOCdepi aprony 3 mik-
poeMyibcii Ha OCHOBI NOBEPXHEBO-aKTUBHUX PEUOBHUH:
nerwiTpumerniaMmoniitopominy (1); Triton X-100 (2);
Brij-35 (3). t = 70 °C.

mim HarpiBanu a0 kuninHs (70 °C) 31 3BOpOTHIM
XOJOIMIBHUKOM BHpoJoBX 30 XB, MATPUMYIO-
YU MpHU HOMY iHEpTHY aTMocdepy B peakTopi. B
pe3yabTaTi MPU OXOJIOKEHHI BiOyBanoch po3-
JIBOIOBAHHS MIKPOEMYJIb-
cii 3 ofiep>KaHHAM MilemsIp-
HOI (ppaxiii, sika MicTHIIa Ha-
HOYACTKHU OKCHIY 3aJIi3a.

3 METOI0 BUIUIEHHS
HaHOYaCTOK 3 OTPUMAHOTO
MILIEJIIPHOTO PO3YMHY HO-
ro BiANEHTPU(YroBYBaITH
1 mpoMuBaH ocaj CIupTO-
BUM PO3YMHOM IS BiIMHU-
BaHHSl TOBEPXHEBO-aKTHB-

HOT pEeYOBHHM Ta Xjopumy  Triton X-100 ().

ISSN 0041-6045. YKP. XMM. XKXYPH. 2012. T. 78, Ne 5

aMOHII0, SKHH TaKOX YTBOPIOETHCS B MPOIEC
peaxirii.

Ha puc. 2, 6 HaBeneHO peHTreHorpamMH 3pasKis,
OTPUMAaHMX 3 BUKOPUCTAHHSAM PI3HHUX THUITIB MiKpOe-
MYJbCIH. SIK BUITHO 3 MPENCTABIEHOTO PHUCYHKA, JUIS
BCIX 3pa3KiB CHOCTEpIraeThCid HAasBHICTh HIMPOKHX
mikiB. OniepxkaHi pe3yJibTaTH BKa3yloTh Ha Te, IO BCi
CHHTE30BaHI 3pa3Ky € KPUCTAJIIYHUMH Ta MAarOTh Ha-
HOPO3MIpH.

Po3paxyHK# po3MipiB CHHTE30BaHHUX YacCTOK
3 OTPUMaHHUX pPEHTTEHOrpaM MpoBOIMIN 3a (op-
MYJIOIO:

d = kl /bcosq ,
ne k — emnipuunuii koedimient (K~1.0); | —
JIOBXXKMHA XBWJII BUIPOMIHIOBaHHS, (] — IU-

bpakiuiitauit KyT; b — iHTerpanbHa HamiBIIMPUHA
MiKiB TA(paKTOrpaMH.

PesynbraT po3paxyHKiB mapaMeTpiB €JIeMeH-
TapHOT KOMIPKH Ta PO3MIpiB YaCTOK 3a pEHTIe-
HIBCBKUMHU JJAHUMU MPUBEACHO B Tabmuii. Sk Buj-
HO 3 pE3yNbTaTiB PO3pPaxyHKiB, pO3MIp OTpuUMa-
HUX YaCTOK KOJUBAEThes Bi 3.5 10 6 HM y 3amex-
HOCTI BiJl TOBEPXHEBO-aKTUBHOI PEYOBHHU .

s BU3HAUYEHHsI JIOCTOBIPHOCTI po3paxoBa-
HUX PO3MIpiB YaCTOK OyJiM MpOBENEeHi eNeKTPOHHI
MIKPOCKOIIIYHI JTOCHTIPKEHHSI CHHTE30BaHUX 3pas3-
kiB (puc. 3). SIx mokaszajau pe3yabTaTH HpPOBEIe-

Po3paxoBani peHTreHorpagiui napamMeTpu Kpucramiy-
HOI TPATKH Ta PO3MIpH YaCTOK

ITIAP a A V, A3 d, am
Triton X-100  8.490(5) 612.064 5.2

Brij-35 8.496(1) 613.292 3.6

CTAB 8.497(5) 614.967 5.9

Puc. 3. Mikpodororpadii yactox Fe304, CMHHTE30BaHUX 3 MIKpOEMYJIbCii HA OCHOBI
MOBEPXHEBO-aKTUBHUX PEUOBUH LETHITPUMETUIAMOHIGpominy (a), Brij-35 (6) ra
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Puc. 4. Jliarpamu posnoguieHHs dactok FesOg 3a posmipamu. YacTku, CUHTE30BaHI 3 MIKpOEMYyJbCil
Ha OCHOBI NMOBEPXHEBO-aKTHBHUX PEYOBHH IETHITPUMETHIaMOHIOpominy («), Brij-35 (6) Ta Triton X-100 (s).

HHUX JOCIIIKEHb, BCl CHHTE30BaHI HAHOYACTUHKHU
€ cnabKoarIoMepoBaHUMH Ta MAIOTh PO3MIpH B iH-
TepBaii 2—20 HM.

Byno mpoBeneHo po3paxyHOK pPO3MOJIiICHHS
YacTOK MO PO3Mipy 3a JTOTIOMOT'OI0 KOMIT FOTEPHO-
ro MOJIETIOBaHHs 3 OTPUMAaHUX MiKpodoTorpadii
(puc. 4). BcranoBjeHO, M0 HaMEHIIHI PO3MIp
YaCTOK Ta HaWBY)XYe PO3MOJUIEHHS 32 pO3MipaMu
CIIOCTEpIraeThCs B 3pa3Kax, CHHTE30BaHUX 3 BHKO-
pHUCTaHHIM MIiKpOeMyJibciii Ha ocHoBi Brij-35 (Bix 2
70 4 HM), Ha 1[0 TAaKOX BKa3ylOTh PE3yJIbTaTH PO3-
paxyHKIB IIapaMeTpiB 3 peHTreHorpam (Tabuis).

VY Toil e yac y 3pa3Kkax, CHHT€30BaHUX 3 BU-
KOPHCTaHHAM MIKPOEMYIbCili HA OCHOBI ETHITPH-
METUIaMOHIHOPOMIy, CLIOCTEpIraeThCs 3HAYHE Bijl-
XWJICHHS BiJl po3paxoBaHUX po3MipiB. [ljisi HUX Ta-
KOX CIOCTEpiraeThCs YTBOPEHHS HaWOIbII Be-
JUKAX 32 PO3MipaMH YacTOK B MOPIBHSIHHI 3 iH-
MU 3pa3KaMH.

Taky 3aKOHOMIpPHICTh y PO3Mipax 4acTOK MOX-
Ha TIOSICHUTH TUM, IO HETHITPUMETHIAMOHIAOPO -
MiJ] Ma€ HaOUThIIHA TiAPO(HOOHUH JTaHIFOT cepen
yCiX BAKOPHCTOBYBAHUX MMOBEPXHEBO-aKTUBHHX Pe-
4yoBMH. B To#f yac sk Brij-35 mae maiimosiumii rin-
podinbHUN JaHITIOT.

BpaxoByroun Te, 110 OCHOBHOIO METOIO TaHOT
po6oTu OyJsi0 OTpUMaHHS CIa0KOarjioMepOBaHUX Ha-
HOYACTHUHOK 3 IKOMOTa MEHIIUMH PO3MipaMHu, 10C-
JHDKEHHS] MarHITHUX BIIACTHBOCTEH MPOBOIMINA HA
3pa3Kax, CHHTE€30BaHUX 3 MIKpPOEMYJIbCili HAa OCHOBI
Brij-35, siki xapaKTepHu3yOThCsl HAUMEHIIIMM PO3Mi-
pom 4actok (puc. 5). SIk BUIHO 3 pHUCYHKY, Xapak-
Tep KPHBOi HAMATHIUEHOCTi € XapaKTepHUM sl (e-
POMAarHiTHUX MaTepiajiB, IpU I[bOMY CHHTE30BaHI
3pa3KH XapaKTEePU3YIOThCS MO0 BEINYNHOIO KO-
epuutTuBHOI cuii (HC = 66 A/m).

M, Am?/kr
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—
i — 1
-20 4

Puc. 5. 3anexHicTh HAMAr"HiueHOCTI HACUYEHH BiJ MarHIT-
HOTO oI YacTok Fe30,, cuHTe30BaHNX 3 MIKPOEMYIbCil
Ha OCHOBi TOBEPXHEBO-aKTHUBHOI pedoBwHM Brij-35.

AHaNI3yI0UH TIPOBEeH] TOCHTiIKEeHHs, MOYKHA
ckaszatd, mo mnpu cuHTe3i Fe;0, 3 MikpoeMynbcii
HalKpalMy € MIKpOeMYJbCii Ha OCHOBI HEIOHO-
TCHHUX IMMOBCPXHCBO-aKTUBHUX PCUOBUH, K1 OJHO-
4acHO MaroTh JOBri rigpodiabHi (Big 10 aToMmiB) Ta
kopoTki (o 15 atomiB) rimpodo0OHi aniroru. Buko-
pUCTaHHA TaKHX ITOBEPXHEBO-aKTHUBHUX PEYOBHH
JI03BOJIIE OTPUMYBATH HAHOYACTKH 3 PO3MipaMu
MeHIIIe 5 HM 1 IpH 1IbOMY BOHHU € C1a0K0araioMepo-
BaHMMH. B TO¥ ke wac 30uIbIIeHHS TiqpoPoOHOTr0o
JAHITIOTa Ta 3MEHIIEeHHS TiIPo(LIFHOTO JaHIOTa
MIPU3BOJINTH 10 301IMBIIIEHHS PO3MIpPIB YacTOK.

PE3IOME. IIpoBeneH cuHTE3 HAHOPA3MEPHBIX Yac-
Ty, Fe,0, U3 MEKpo3MyJIbCchii ¢ HCIONB30BAHHEM Pa3-
HBIX THUIIOB MOBEPXHOCTHO-aKTHUBHBIX BemiecTB. ITokaza-
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Ha B3aMMOCBS3b MEK/y CTPOCHHEM MOBEPXHOCTHO-aK-
THBHOI'O BELIECTBA M pa3MepaMu O0OpPas3yroIIUXCs Yac-
tur. C UCHOJIb30BAHUEM MPEIOKEHHONW METOJMKH I10-
JIy4eH bl cllaboarioMeprupOBaHHbIC HAHOYACTHUIIBI C Y3KHM
pacrpejeneHieM U pa3Mepamu MeHbiie 5 am. Uccreno-
BaHbl MAaTHUTHBIE CBOMCTBA CUHTE3MPOBAHHBIX HAHOYAC-
THI[ U TIOKa3aHO, YTO OHU XapaKTCPHU3YIOTCA MaJILIMU 3HA-
YCHUSIMHU BCIINMYHHBI KOE)pI_II/ITI/lBHOﬁ CHUIJIbI.

SUMMARY. Nanosize particles Fe,0, have been
synthesized from microemulsions with the use of various
types of the surface-active substances. The correlation
between the structure of a surface-active substance and
the size of forming particles has been shown. L ow-agglo-
merated nanoparticles with a narrow sze digtribution
below 5 nm have been produced by means of suggested
technique. Synthesized nanoparticles were studied in
terms of their magnetic properties, and shown to display
low coercivity magnitudes.
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