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OIITNYHI TA CTPYKTYPHI BJIACTNBOCTI
HAHOIIOPOIIIKIB CIIOJIVK CBUHIIIO, OTPUMAHUX
EJIEKTPOJIITTYHUM METO/10M

Hocaidotcerno énaue memnepamypu ma ckAaly eAEKMPONINY HA NPOUEC OMPUMAHHA HAHONO-
POWKIB COAYK COUHUIO EACKMPONTNULHUM MEMOIOM 3 BUKOPUCTNAHHAM CEUHUECEUTL eACKMPO-
dis. IIposedero penms'enocmpykmypti 00CAIONCEHHA, PE3YALMAMU AKUT OYA0 BUKODPUCTAHO
O BUBHAMEHHA CKAGDY OMPUMAHUT 3PA3KI6 A PO3MIPI6 HAHOKPUCTMAAIE 34 JONOMO2010 Phop-
myau Jebaa—Illeppepa. Ob620680p1010MbCA MOHCAUBOCTNE YMBOPEHHA OKCUDIE CEUHUIO T KapOO-
HAMY CEUHUIO MPU BUKOPUCTIAHHI EAEKMPONIMULHO20 MEMOJY OMPUMAHHA HAHOYACTMUHOK.
Tokxazaro, Wo He3aAedHCHO 610 MEeMNEPAMYPYU EAEKMPOIMY OMPUMYIOTBCA HAHOKPUCTANY
oxcudy i Kapbonamy ceunuyto. Pesysvmamu penmsenocmpykmyprux 00caiodrcens yux 3pas-
K168 NOPIGHIONMBCA 3 PESYALIMAMAMY KOMOIHAUItHo20 poscirosanna ceimaa (KPC). ITposede-
HO QHANIZ CMYe HOMOMOMIHECUEHUTT CPHOPMOBAHUT CNOAYK.

Katwwoei caosa: a-, f-OKCUJ CBUHIIO, KADOOHAT CBUHIIO, PEHTI'€HOCTPYKTYPHI JTOCIIiI7Ke-
HHsI, pO3Mipy HAHOYACTUHOK, dpopmyna lebas—Illeppepa, kombinariitne po3citoBaHHS CBIT/IA,

doTosIroMiHECIIEHITis.

1. Beryno

CauHeNb BiIHOCUTHCA JI0 XIMIYHMX €JIEMEHTIB i3 BijI-
HOCHO BEJIMKOIO ATOMHOIO MacCOI0, TOMY JIABHO BUKO-
PHUCTOBYETBHCS JIJIsT BUTOTOBJIEHHS €JIEMEHTIB 3aXUCTY
BiJI pa/licAKTUBHOTO Ta PEHTTE€HIBCHKOTO BUIIPOMIiHIO-
BaHHS, K MaTepiaj 3aXUCHUX KOHTEWHEPiB /i 30e-
piraHHS Ta TPAHCIOPTYBAaHHS PaIlOAKTUBHUX MaTeEPi-
aJ1iB, OKCHU/IU CBUHITIO TPAJIUIIHHO BUKOPUCTOBYIOTHCS
[P BUPOOHUIITBI paialliifHO CTIiKUX COPTIB CKJIa Ta
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curaniB. HesBaxkaroun Ha TOKCHYHICTD cBHHINO[1], BiH
Ta HOro CIOJyKHU IMUPOKO BUKOPUCTOBYIOTHCH y Ha-
T BITPOBITHUKOBI#l €JIEKTPOHITT].

3 cepemuan 90-X pp. MUHYJIONO CTOJITTS CIIOCTEPI-
raeThCsl MMOCTIiHE 3POCTAHHS IHTEPECY JMOCJITHUKIB-
MaTepiaJIO3HABIIB JI0 HAIIBIPOBIIHUKOBAX MaTepia-
JIiB caMe Yy HAHOCTPYKTYPOBAHOMY BHTIJISIIl, OCKLIBKH
BJIACTUBOCTI OCTAHHIX MOXKYTb CyTTEBO BiJIPI3HATUCS
Bim 06’emHmMX Mmarepianis [2, 3|, mo BimkpmBae HOBI
FOPU30HTHU 3aCTOCYBaHHS JIJIs IUX MaTepiaJiiB.

Hanouactuaku Ha ocHoi PbO BUKOpPUCTOBYIOTHCSI
y poJti QYHKITIOHAJIBHUX MaTepiajiB y pi3sHOMAaHITHAX
JATINKaX, TK MaTepiaJ eJeKTPOJIiB eJIEMEHTIB YKUB-
JIEHHS, JUTIEBUX aKyMyJsaTopis [4], majuBHUX KOMi-
POK, K ebeKTUBHI baraTopa3osi KaTasizaTopu, baps-
HUKK Ta JoMiHodopu [5-7].

Mexi 3acrocyBanusi PbO posmmpioe HasiBHICTH
aBox moaiMopduuX dhas a-PbO Ta 5-PbO, mo maoTs
BiAMiHHI CTPYKTypHI Ta onTwvHi BaacTuBocTi. Hu3e-
koreMmieparypta ¢aza a-PbO mae mupuny 3ab60po-
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Heroi 3oaM y E, = 1,92 eB, mo jae MOXXINBICTh BU-
kopucroByBatu a-PbO y dorososbraini [3]. 3a Tem-
neparypu, Buinol 3a 490 °C BinbyBaeThes nepexi Bifg
TeTrparonajbHoro a-PbO mo opropombigroro S-PbO
3 Iy = 2,7 eB, mo Moke BUKOPUCTOBYBATHUCS K OJIUH
3 KOMIIOHEHTIB CTPYMOIIPOBIJTHOTO ITPO30POTO TOKPH-
TTs ONTOEJIEKTPOHHUX IIPUCTPOIB [2].

PbO e poToakTUBHIM HAINBIPOBIIHUKOBUM MaTe-
piajioM, TO€THAHHS JIIOMIHECIIEHTHUX BJIACTUBOCTEH
Ta paJiaIliifHol CTIfIKOCT1 CTBOPIOE MTEPCIIEKTUBH JIJIS
peastizarii 6e3mocepeiHiX Bi3yaJri3aTopiB PEHTIEHiB-
CbKUX 300paXkKeHb, iHINMNX MEePCIEKTUBHUX THUIIB CEH-
copiB, 10 BiJirpae BaxKJIMBY POJIb SIK Y HAyKOBUX [§],
TakK 1 MEIUIHUX 3aCTOCYBAHHSIX, HAIPUKJIA], TIOOYI0-
Ba 2D — 3D MacuBy JI€TEKTOPIB PEHTTE€HIBCHKOT'O BU-
IPOMIHIOBaHHS JJIst KOMII'10TepHOI ToMorpadii Buco-
Kol pozinbHol 3qaTHOCTI (micro-CT) na ocrosi amop-
duoro PbO [2].

K BimoMo, HATIIBIIPOBIIHUKY y HAHOCTPYKTYPOBa-
HOMY BHUIJISIJI OTPUMYIOTH PISHOMAHITHUMH METOJ/Ia-
MU, KOTPi MAIOTh sIK TI€peBaru, Tak i OOMeKeHHsT: J1a-
3epHe ra3odasHe HAIIMJIEHHsI, MOJIEKYJISIPDHO-ITY YKOBa,
eImrTakKcisi, CHHTe3 B KOJIOLJIHUX PO3YUHAX, TiJpoTep-
MaJIBHUU CUHTE3, XIMidHE Ta €eJIEKTPOXiMidHe oca-
JIZKEHHsI, MeXaHOXIMiuHe JpobJjieHHsl, TepMidHe/Mar-
HETPOHHE HAIWJIEHHs Tomo |2, 3].

Y mporeci OTpEMaHHS HAHOCTPYKTYDP Ta HAHOMATe-
paJiiB, OKpiM caMol TeXHOJIOTI], BeJIMKe 3HAUEHHST Ma€
pO3poOKa Ta BIPOBAIKEHHS CIIOCODIB JOCTII2KEHHS
Ta KOHTPOJIIO PO3MIPDHHUX Ta CTPYKTYPHUX XapakTe-
PUCTHK JIJIsi OTPUMAHHSI IPOJYKTY HEOOXIJIHOI sIKO-
cri. OCHOBHUME METOJaMU BUBYEHHSI JUCIIEPCHOCTI
YACTHHOK € Hepylinyioui onruani gociaimkents (DJI,
KPC), penrrenocrpykrypuuii anasis [9, 10].

Meroro manol pobotu 6yJI0 OTPpUMAHHS HAHOIACTHU-
HOK OKCHJIy CBUHITIO €JEKTPOJITUIHUM METOJIOM Ta
JIOCJIPKEeHHs BILINBY IIAPAMETPIiB CHHTE3Y Ha OITH-
9Hi Ta CTPYKTYPHI BJIACTUBOCTI.

2. HaniBopoBiiHUKY Ta AiejIeKTPUKA

Hamomopomkn  crioiyk  CBUHITIO OyJI0  OTPUMAHO
€JIEKTPOJITUIHIM METOJOM Y BIIKPUTOMY CKJISTHO-
My €JIEKTDOJIi3epi 3 cBHHIEBUMU ejleKTpogamu. Jlmsa
JKUBJIEHHS €JIEKTPOJIi3epa BUKOPUCTOBYBaJIHM CTablLIi-
30BaHe JzKepesio nocriitnoro crpymy (0-15 B, 0-5 A).
EnexrpositoM (1yist pisHux cepiil gocsiaiB) ciayrysas
PO3YMH coJjieil y JUCTUIbOBAHIM BOJIi: HATPIN XJIOPHUT
(NaCl) i marpiit kapbonar (NasCO3-10H,0), ximivuna
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YHCTOTa PEAKTUBIB — HE HUKYE U.1.a. KOHIEeHTpaIisa
cosieil y eJIeKTpoJIiTi ctanoBua: a1t cepii Pb-1, Pb-4,
Pb-5 - 0,625 r/a (NaCl), y Bunagky Pb-6 — 6,25 r/x
(NagCO3 - 10H20). Iponec cunTesy mis cepii Pb-1,
Pb-4, Pb-5 nposojuiu nipu BapitoBaHHI TeMIiepaTypu
esekTposiTy Bin kimuaraoi mo 100 °C, nnsg 3paskis
cepil Pb-6 — jiumie 3a remmeparypu y 20 °C.

TpuBasicTh mpoIecy CUHTE3y HAHOKPHUCTAJIB CTa-
HOBWJIA 3 TOJ JIIsi KOYXKHOI'O 3pa3Ka, I'yCTHHA CTPY-
My y €JIEKTPOJITHYHIN KoMipri craHoBmwiIa j = 1,3 X
x 1072 A /cm?. JIis piBHOMIDHOTO BUKOPHCTAHHS Ma-
Tepiary eJeKTPOJiB 3INCHIOBAIN PEBEPC HAMPIMY
mocrifinoro crpymy depe3 30 xB. Ilicaa 3akinuen-
He CHUHTE3Y, €JEKTPOJIT (DiIbTpyBaan 3a J0MOMO-
OO TIAIIEPOBOro (PLJIBTPa, OTPUMAHUI TOPOIIOK IIPO-
MUBAJIA 1I'SITUKPATHUM OO’ €MOM JUCTUJIBOBAHOI BO-
. 3pa3KM BHCYIIyBaJd Ha IOBiTpl 3a KiMHATHOI
TeMIIepaTypu.

Pentrenisepki mocimkents 3/ifiCHeHO Ha, Audpa-
kromerpi JIPOH-4 3 Bukopucranasm Cuk, BUIpo-
MIHIOBaHHs 3a KiMHaTHOI TeMmieparypu. CKaHyBaHHsI
JudpakTorpaM BUKOHAHO 3a cxemor bperra—Bpen-
rano (6 — 20). Auonna manpyra i cusa crpymy cra-
mopmwin 41 kB i 21 MA, Bignosigno. Kpok ckany-
Bauus gudpakrorpamu 0,05°, gac ekcro3wuiii cra-
HOBUB 9 C.

3 MeTol0 JeTajbHOrO AHAJI3y eKCIePUMEHTAIb-
HUX JudpakTOrpamM KOXKHUI eKCIIepUMeHTAIbHUIA pe-
dekc OyB ampokcumoBaHuii QyHkiieo layca, B
pesyabraTi Woro Oysia oTpuMaHa Taka iHdOpMa-
uisg: KyToBe mosioKeHHs (26), uiBmmpuna (mupu-
Ha HA HOJIOBHMHI BHCOTH) (w), iHTErpajbHa IHTEHCUB-
HicTs (I). OTpumani pesysnbTaTu BAKOPUCTOBYBAJIKCS
JIIS. XapaKTepu3allil CKJIajy 1 po3paxyHKy PO3MipiB
HaHOKPUCTAJIIB.

Hocuimxenns crmektpiB Mikpo-KPC Ta mikpo-@JI
JIOC/TIJIZKYBAHUX IIOPOIIKIB ITPOBOJAWINCA Y TeOMe-
Tpil 3BOPOTHOTO PO3CIIOBaHHs HA MOTPIffHOMY cIle-
krpomerpi Horiba Jobin-Yvon T64000, ocuareno-
ro mikpockonom Olympus BX41. B posi mkeperna
30y xennss KPC cunekTpiB BHKOPHCTOBYBAJIOCSI BHU-
npominoBaras Ar—-Kr jazepa 3 JOBXKHUHOIO XBHJI
488,0 um (2,54 eB), ske doxycysasocs 3a I0MOMO-
rofo 507 omTuvHOrO 00’€KTHMBA HA TOBEPXHI 3pa3-
Ka y UMYy jiamMerpoMm ~1-2 MrMm. 30yIKeHHs clie-
krpiB ®JI zmiitcaioBamocs He-Cd mazepom 3 moB-
skunol0 xBuwi 325 M (3,81 eB). Curnanu peecrpy-
BaJIMCsT OXOJIOMKyBaHoIo efieMenTamu [lensroe T13C-
MaTPUIIEIO.
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3. PesyabTraTu gociaimakeHHS

B po6orax [11, 13] 6ymo mokasaHo, mo mpu crpodi
TPUMATH CYJIbMiT KaaMilo i OKCUJI ITUHKY €JIEKTPO-
JUTUYIHUM METOJIOM 3a KIMHATHOI TeMIlepaTypu eJie-
KTPOJIITY, OKPIM IIIX HAHOKPUCTAJIIB, TAKOXK CHHTE3Y-
IOThCS CIIOJIyKHU KapboHATY KaMito i KapOOHATY IIHH-
Ky (rigpormukir, Zns(CO3)2(OH)g). Tomy, y miit po-
60Ti aBTOPH OTPUMAJIN KOHTPOJIBHUI 3pa30K [IpU BU-
KODUCTAHHI €JIEKTPOJITY 3 BHUCOKOIO KOHIIEHTPAILIEIO
KapbOHAT-10HIB Ha OCHOBI KapOOHATY HATPI, nudpa-
KTOrpaMa sIKOTO TToKas3aHa Ha puc. 1, d. Bukopucro-
BYIOYM BiZtoMi MiKTIJIOIUHHI BizcTani a1t Kapbonaty
cBuHITO 1 popmyny Bymrsda—Bperra:

2d sin 0 = k),

Je d — MIXKIUIOIIWHHAS, BijicTanb; 6 — KyT audpakiiil;
k — mopsaok mudpakIiifHoro MakCUMyMy; A — JIOB-
JKWHA XBUJI PEHTTEHIBCHKOrO BUIIPOMIHIOBAHHS, Oy-
JIO PO3PaxOBaHO KYyTOBI IIOJIOXKeHHs1 peduJiekcis 26.
ExcriepumenTaibHi XapaKTepucTUKU pedJieKciB 1o-
piBHIOBaJIMCA 3 po3paxyHkamu i ganumu 3 B/1 PDF-
2 ta [14, 15]. Bysno Bcranosieno, mo audpaxrorpa-
Mma (puc. 1, d) 3paska, OTPUMAHOrO i3 HAJJIUIIKOM
KapObOHAT-IOHIB, BiJIIOBiZa€ PEHTTEHIBCHKOMY CTAH-
JApTy OJIHOTO 3 KapOOHATIB CBUHITIO — Ti/IPOIEPY3UTY
(Hydrocerussite), Pb3(CO3)2(OH)s, mo BigHOCHTHCS
JIO TPUTOHAJILHOI CHCTeMH, IIPOCTOpPOBa Ipyna R3m
(Ne166).

Ha puc. 1 naBemeni ekcriepuMeHTAIbHI AUMPAKTO-
rpaMu 3pa3KiB, OTPUMAHUX €JIEKTPOJITUIHUM METO-
JIOM 3a pi3HUX Temueparyp ejexkrposiry. Orpumani
JudpakTorpamMu OyJi HOpPMOBaHI 3a MIKOBOK 1HTEH-
cuBHicTIO pedileKkcy i3 KyTOBUM IOJOXKEHHSIM 20 =
= 27,20°. 3 puc. 1 BumHO, MmO HA BCiX AudpakTorpa-
Max MPUCYTHI pedJieKCH, XapaKTepHi I KapOoHaTy
ceuHIo. Ile o3Havae, 10 TPU BUKOPHUCTAHHI €JIEKTPO-
gitry #Ha ocHoBi NaCl oTpuMyeThCss CyMinT OKCHIIIB
Ta KapOOHATIB CBUHITIO HE3aJIE’KHO BiJl TeMIepaTypH
cunresy. Jliokcu i ByTyiemo Jijist yTBOPEeHHs KapOoHa-
Ty CBHUHITIO BXOIUTDH JIO0 Ta3iB, PO3YMHEHUX Yy IUCTU-
JIbOBaHI BOJIi, KOTPA BUKOPUCTOBYETHCH JIJIS TIPUTO-
TyBaHHs eJeKTPosiTy, TakoK COg MOYKe HAJIXOJIUTH
JIO €JIEKTPOJITY B IIPOIECi CUHTE3Y 3 TOBITPS, OCKLIb-
KI BUKOPUCTOBYETHCH BIIKPUTA €JIEKTPOJIITUIHA, KO-
Mipka. 3a iHIMUX yMOB CHHTE3y MOXKJIUBE YTBODEH-
He iHMUX KapOOHATIB CBUHITIO, IIe TMTAHHS TOTPeOye
[IOJIAJIBIIOTO JIETAJIBHOTO JIOCJIi T2KEHHS.
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Puc. 1. PenrreniBcbki qudpakrorpaMu 3pa3KiB Ta PEHTI'€HIiB-
cbKi crangaprtu rigponepysuty, a-PbO i 5-PbO. ITapamerpu
cunresy: esexrpouiit NaCl, remneparypa 24 °C (a); enekrpo-
gir NaCl, remneparypa 60 °C (b); enexrposit NaCl, remie-
parypa 98 °C (c¢); enexrpouit NazCOs - 10H2O, Temmneparypa
20 °C (d)

Bimomo [3, 7], mo okcum cBUHIGO icHye B IBOX MO-
Judikarisgx: HI3bKOTEMIIEPATYPHIfl TeTparoHabHil
(a-PbO) i Bucokoremueparypuiii opropombiuniii (-
PbO). Iuuekcaniio pediiekciB OKCUIIB IIPOBOIMIIA 110~
ni0HO, #K 1e 3pobsieHo s Kapbonary cBumio. 1lo-
DIBHSIHHS €KCIIEPUMEHTAIbHUX, PO3PAXYHKOBUX 3HAa-
venb 26 i naanmu 3 BII PDF-2 Ta [3,7,15] nokasado,
[0 ¥ 3pa3Kax MPUCYTHI 0bmaBi MoaudikaIii OKCHIiB.

Hudpaxrorpama 3paska, OTPUMAHOTO 33 TeMIIepa-
Typu 24 °C, kpim pediekciB, XapaKTepHUX JJIsT Kap-
OOHaTy CBUHIIIO, MiCTUTH pedJIeKCH OKCUIY CBHUHIIO,
HaMWOLJIBINT iIHTEHCUBHI 3 AKUX 3HAXOAATHCS B Jialaso-
Hi KyTiB 20: 27,70° — 33,60°.

Bimomo, mio imTerpanbHa IHTEHCHUBHICTH audpa-
KIIIHAX MAKCUMyMiB TIPU BUKOpPUCTAHHI audpa-
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vZ ——Pb4

Intensity (arb.un.)

400 500 600 700 800 900
Wavelength (nm)
Puc.

TaT anpokcuMaril cmyru @JI raycoBUMU KOHTYypaMH, Aexc =
=325,0 am, T'= 300 K

2. Cunexkrpu wMmikpo-®JI mopomkis PbO Ta pesyms-

PesysnbTaTy BU3HAYEHHS
PO3MipiB HAHOKPUCTAJIIB AOCJIi>KYyBaHUX
3pa3kiB merogom debasi—IIleppepa

. | t cunresy. D, mu
3pas3ok | EsiekTposit °oc ’
PbCO3 | a-PbO | 3-PbO
Pb-4 NaCl 24 34 17 20
Pb-5 NaCl 60 29 21 21
Pb-1 NaCl 98 27 36 30
Pb-6 NaCOs3 20 66 - -

KTOMETPa 3 ILUIOCKUM 3PAa3KOM OIUCYEThCs PiBHSH-
HaM [12]:
443 2
[=1— 2 N praprp,
32rm2ciR 2
ne Iy — iHTeHCHUBHICTH I1aJIaI0Y0T0 PEHTI'€HiBCHKOI'O
BUIIPOMIHIOBAHHSI, € — eJIeMeHTaAPHUN 3apsijl, M — Ma-
ca eJIeKTPOHA, A — JIOBYKHHA PEHTI'€HIBCHKOTO BHUIIPO-
MiHIOBaHHHA, | — JOBKWHA MLIAXY BiONTOrO mpoMeHst
B JIMWJIBHUKY, ¢ — IMBUAJKICTH CcBiTIa, R — pajiyc ro-
HiomeTpa, N — 4uCJI0 eJIEeMEHTAPHUX KOMIPOK B OJIU-
Huti ob’emy, p — JIHIHHWI KoediIieHT MOrJIMHAHHS,
PLG — xyToBUit MHOXXHUK, p — (DAKTOD MTOBTOPIOBa~
Hocri, |F| — MOfLy/Ib CTPYKTYPHOI aMILTITY/IH.
Ho dbopmynu inTerpasbHol IHTEHCUBHOCTI peHTI'e-
HIBCbKUX pedJIeKCiB BXOAUTH 00’€M TOCTIiIKYBaHO-
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ro 3pa3Ka, MPHW HE3MIHHOCTI iHIMAX BEJWYWH, iHTe-
rpajbHa IHTEHCUBHICTHL pedekcy Oyae BU3HATATUCH
came 006’eMHIM BMIiCTOM BiOBiIHOT (hasm, ToMy iHTe-
rpajbHa IHTEHCUBHICTH pedJIeKCiB 301/IBIITYETHCS TIPU
3061s1bIIeHH] 06’€My KOMITOHEHTIB.

YV HAImoMy BUIAJKY, /i 3pa3KiB, OTPUMAHUX [PU
3pocraHHi Temieparypu cunresy (puc. 1, a—c), cio-
CTepiraeThCs picT BiTHOCHOT IHTEHCUBHOCTI pedIeKCiB
3 1Mi€l KyTOBOI 00JIaCTi, 10 CBiTIUTH TIPO 301IbITEHHS
006’€MHOI0 BMICTY OKCH/IIB CBUHITIO B JIOCJIJI?KYBaHUX
3pa3Kax.

Otrpumani pedynabratn Ipu 0O6poOIll eKCIIepUMeH-
TaJgbHUX uPAKTOrPaM BUKOPHUCTOBYBAJINCS JIJIsS
PO3pPaxXyHKY pPO3MipiB HAHOKPHUCTAJIB 3 BUKOPUCTAaH-
asam dopmynn Tebas—Ileppepa [16]:

0,89
~ Bcosb’

Jie A — JIOBXKUHA XBUJII PEHTTEHIBCHKOTO BUIIPOMIHIO-
BaHHsl; 3 — miBimpuHa pedurekcy; 0 — KyT audpaxiiii.
SuadenHs miBmupuHU [ 00YUCTIEHO 38 (DOPMYIIOKO:
B=/Bt - B3,

zie 1 — eKcliepuMeHTaIbHE 3HAYCHHS TIBITUPUHU PEH-
Tr'eHIBCHKOTO pedIieKcy; [ — iHCTpyMeHTaIbHe 3Ha-
YeHHs MBIMUPUHA PEHTTeHIBCHKOTO pediiexcy.

IHCTpYMeEHTaIbHE 3HAYEHHs! WIBIIUPUHU PEHTI'e-
HIBCBKUX pedJIeKCiB BH3HAYAJIOCS HA OCHOBI aHAaJIi-
3y PEHTI'EHIBCHKUX JU(PPAKTOrPaM €TAJOHHUX TTOPO-
mKiB kpemuito i AlyOg, gaki 6ynu orpuMani 3a TaKux
caMux yMOB. Pe3ybTaTu BU3HAYMEHHST pO3MipiB HAHO-
KPHUCTAJIB JOCTIPKyBaHUX 3pa3KiB MeToioM Jlebas—
Ileppepa HaBeneHi B TaOIUIIL.

3 anaji3y pe3ysbTariB 0OpaxyHKIB, HABEIEHUX Y
Ta0JInIl, BUIHO, IO Y BUMAIKY 3aCTOCYBAHHS eJie-
krpostity Ha ocuoBi NaCl, 3 migBuinennsM remiepa-
Typu cunredy Bix 24 °C mo 98 °C, posmipu D orpu-
MaHUX HAHOYACTUHOK KapOOHATY CBUHIIO 3MEHIIYO-
Thest — Bif 34 HM 110 27 HM, BijgnosigHo. st HaHOKPHU-
CTaJIB OKCHUJy CBUHITIO CIIOCTEPIra€ThCA 3POCTAHHS —
Big 17 um mo 36 um (st o-PbO) rta Big 20 uM 10
30 uMm (s S-PbO) 3a Tux camux ymos. Bapro Biz-
3HAYUTH, 110 BU3HAYUEHI PO3MIpPU HAHOKPHUCTAIIB 060X
momudikariii a-PbO ta 8-PbO € 6imsbkumu (pisHu-
g BCHOIO y KUIbKa HM).

Ha puc. 2 nokazani crmektpu (HOTOMIOMIHECITEHTTIT
(®JI) cunresoBannx mopomkis PbO Pb-4 ta Pb-6
(cexTpu orpumani 3a KiMHATHOI Temieparypu). Y
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®JI crekrpax 000X 3pa3KiB MpUCYTHI: cjadKa CMy-
ra BUIPOMiHIOBaHHSI Ipu 468 HM, IHTEHCHBHA CMYTa
upu 570 HM Ta ITUPOKA CMyTa BAIIPOMIHIOBAHHS 3 Ma-
kcumymoMm 1pu 640 HM. Peecrpariiss cMyru cuHBOTO
BUIIPOMiHIOBaHH IIpu 468 HM BKa3ye Ha iCHyBaHHS
3Ha9HO! KinbKocTi ionis ceummmio Ph2t y mixksyses-
vomy craui Ipy, [17,18]. Cmyra npu 570 HM 3yMOB-
JIeHa HasBHICTIO 3HAYHOI KiJTbKOCTI KMCHEBUX BaKaH-
ciii, 30cepeJizKeHUX 3a3BUYail Ha IOBEPXHI MiKpoda-
CTHHOK OKCHJIy CBHUHIIIO, 1 € Pe3yIbTaTOM pEeKOMOiHAa-
mil MixK JlipKaMu, 10 3aXOIJIEHI ITOBEPXHEBUMU Jie-
dexTamMu, Ta €JIEKTPOHAMY, 3aXOIJIEHUMU MBidi i0Hi-
30BAHOIO BAKAHCIEIO KUCHIO (Vo§+) [17,18]. Cmyry B
OPAHKEBO-IEPBOHIHl 00IACTI CIIEKTPa 3 MAKCUMYMOM
npu 640 HM, BiTHOCATDH IO Mi?KBY3€JLHOTO KHUCHIO Y
crpykrypi PbO [18]. 3i cuekrpis ®JI, HaBeeHUX HA
puc. 2, BumHO, mo s 3pa3kis Pb-4 i Pb-5 nass-
HUI Iepepo3IToia IHTEHCUBHOCTENH MiXK CMyTaMU BH-
poMiHIOBaHHS BiacHUX JedekTiB. Tak, y 3pasky Pb-
5 CIIOCTEPIraeThCsAd 3MEHIEHHS 1HTEHCUBHOCTI CMYTH,
[TOB’sI3aHOT 13 MI2KBY3€JIbHIUM CBUHIIEM, 3 OJJHOYACHIM
3POCTaHHSIM KiJTbKOCTI MiZKBY3€JIbHOI'O KUCHIO, OCTaH-
HE MOKe OyTH 3yMOBJIeHE 301/IbITEHHSIM TEMIIEPATY DU
CUHTE3Y.

Kpim Toro, y crmekrpi @JI mpucyras myxke ciab-
Ka CMyTa BUIPOMIHIOBaHHS MPU 38D HM, IKa 3YMOB-
JIEHA BUIIPOMIHIOBAJIBHOIO PEKOMOIHAINIEID JIOKAJII30-
BAHUX E€KCUTOHIB, 3B’sI3aHUX HA HEATPAJIHHUX JIOHO-
pax i (abo) akuenropax. fk noBimoMisiiocs pasiie
[3], MmorOOKCH PHO € HANIBIPOBITHUKOM 3 MIUPUHOKO
Henpsmol 3aboponenoi 3ouu y 1,92 eB (1,82 eB — y
[19]). ITupuna npsiMol 3a60pOHEHOT 30HU CTAHOBUTH
3,21 eB [19, 20]. Cnabka inreHcusBHicTb yibrpadio-
JIETOBOI CMYTHU, 3yMOBJIEHOIO IIPSIMO30HHUMHE II€PEXO0-
JlaMU Ta 3POCTAaHHA IHTEHCHBHOCTI JedeKTHOI cMyrn
CBIIYUTD TIPO 301IbIIEHHSI KOHIIEHTPAIIIl BJIACHUX TO-
gkoBuX JedekTiB. BiaMminHicTh B iHTEHCUBHOCTI CMyT
1edeKTHOrO BUIPOMIHIOBAHHSA MOXK€ OyTH 3yMOBJIe-
Ha 3MIHOIO po3MipiB Mikposepen mnoporikis PbO, 1o
IIPU3BOJIUTH JI0 3POCTaHHS IIOBEPXHI 1, BiJAMOBiIHO,
301JIbITIEHHST KOHIIEHTPAIIIl TOBEPXHEBUX IIEHTPIB 6e3-
BUIIPOMIHIOBAJIBHOI pekoMbinarii [21].

Ak Bimomo [22-24], y 3amexknOCTI Bin Temmepary-
pu, TUCKY um yMoB cuHTe3y PbO moxke icnyBartm B
pisHuxX mosiMopdHUX (opMax: TerparoHajbHA CTa-
6inpHa Momudikaris (a-PbO) Ta opropombiuna Mo-
nudikarnis (S-PbO), ska meracrabiibHa npu KiMHa-
THilf Temmeparypi. 5-PbO moxke 6ytu Tpancdopmo-
BaHuil i3 a-PbO 1pu migBuileHHi THCKY 4epe3 Ipo-
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Mixkuy pombGiuny v-PbO daszy [25]. Tomy, 3 meroro
JIOC/TIJIZKEHHsT CTPYKTYPHOI 1 KPUCTAJIIYHOI SKOCTI Ta
nostimopdHoi popMu cuHTE30BaHUX 1OpoInKis PbO
OyJI0 TIPOBEJIEHO BUMIPIOBAHHS 1X KOJTUBHUX CIIEKTPIB
MEeTOo/IaMHi KOMOIHAIIITHOrO PO3CiIOBAHHSI CBIiTIIA.

Binmosimano 10 Teopii Ipyn, MOHOKPHCTAJITHUI
a~PbO mamexknth 10 TPOCTOPOBOI TPYIH Py /prmm
(DI,). Enemenrapua KoMipKa CKJIa/Ia€Thest 3 4-X aTo-
miB (1Bl dopmyabai omuauni PbO), mae 3 x 4 = 12
(dOHOHHMX MOJI, 3 HUX TP — aKyCTUYHI, & JIeB’ITb —
onTuyHl KosuBasbHi Moy [26]:

I'opvo = Alg + A2g + Blg + BZg +
+2E, + Aqy + Aoy + Boy + 2F,,.

HBi momu — Ag, i F, € aktupauMu B 1Y crexrpi,
y cuekrpax KPC mnposiBisttorbesi 4 KOJMBHI MOIH —
Aig, Big 1 2E,.

Opropombiunuii S-PbO HaekuTh 10 IpocTopoBol
rpym Pbemn (DA}), mo mae wotupn dopmysshi ou-
HUI B eJleMeHTapHiit KoMipi, icaye 3 X 8 = 24 ¢do-
HOHHUX MOJI, 3 HUX TPU — aKyCTH4YHi, Ta 21 onrudHa
KOJIMBHA Moza [26]:

Is.pro = 3Bay + 4814+
+ 4Ag + 2Bgg + 383, + 2A, 4 B1y + 2B3,.

s B-PbO B IY cnekrpax akTUBHUME € 3Bay,
3B3, 1 By, KouBHI MOZHU, y TO# Yac, 9K B CIEKTPax
KPC npossinstiorscst 4814, 2Bag, 2B34 i 44, kous-
ui Moau. 24, KOJIMBHI MOIU € TakK 3BAHUMU “HIMUMUI
Mosiamu’”’; To6TO He tposiBisiorhest B [H Ta KPC crre-
Kkrpax [27], [28].

Ha puc. 3 vaseseno ciekrpu mikpo-KPC mopormikis
Pb-4 i Pb-5, orpumani npu cirabromy piBHI mOTY-
»KHOCTI onTuanoro 36ymxenns (P = 50 xBr/cm?).
VY crektpi KPC 3paska Pb-4 peectpyrornest psij do-
HOHHHUX CMyT: 30Kpema cmyru npu 70, 141, 285 Ta
381 em~ !, korpi BimmosimaroTe By dononniit momi
opropombiunoro 3-PbQ; emyru mpu 86 i 355 e~ ! mo-
B's3aHi 3 Byy Momamu; cinabKa i MMpoOKa CMyTa IIpH
168 cm~! npummcyersest By, Mo, ¢1abKi cMyTH IIpH
971279 em™! noB’sm3y10TH 3 A, KosuBHOIO MOjI010 [28].

V cnekrpi KPC 3paska Pb-4 Ha momaTok /10 Buile
IepepaxoBaHuX CMyT cliocrepiraerbes Moma a-PbO
npu 84 e !, sKa Bigmosigae Ay KOJIMBaHHSM, Ta CMY-
ra KOJIUBaHb By, 3 mooxKeHHnsM 1mpu 337 e !, axi e
JOCUTh OmusbKuMHu 3 Byg emyramu S-PbO (mobmmsy
86 Ta 355 cm 1) [27], [28].
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354

Ipupoma cmyr 116, 131 Ta 184 cm~! e mesimo-
MOIO, ajie BOHM HaiiiMOBipHime mos’s3ami i3 cmyra-
MU PO3CiIOBaHHS HAHOYACTHMHOK KapOOHATY CBHHIIO.
Y pobori [28] aBropu JOCIIXKYBaJIU IPUPOJIHI KPU-
craju PbCOg3, ms sikux sBusiBwm cmyru KPC 3 mo-
CUTh OJIM3BKUMU 3HAYEHHSIMA YACTOTHOTO ITOJIOXKEH-
ust. JlificHo, pe3ysibTaT PeHTI€HOCTPYKTYPHOTO aHa-
J3y CBidaTh MPO HASIBHICTH KApOOHATY CBHHITIO Y
JOCJTIKYyBaHUX 3pa3kax. Hesimomi dhonoHHI cmyrH,
onmcaHi y [29], iIMOBIPHO MalOTh CX0XKY IIPUPOJLY, BO-
JIHOYAC TIe TUTAHHS BUMATa€ MOJAJBIINX JOCII?KEeHb.

TlinBuIieHHST TTOTYKHOCTI OITUYHOIO 30V 2KEHHSI Y
2 ta 4 pasu g0 100 i 200 kBr/cm? Bignosigno mpu-
3BOJUTH 110 3MiHU (HOpMHU, MIBUIUPUHU 1 ITOJOKEHHST
OCHOBHUX KOJIMBHUX CMYT IIOPOINKOIOMIOHUX 3PA3KiB
(puc. 4), o MOXKe CBIAYUTH PO Iepexil| BiJ HecTa-
6iTbHOrO PN KiMHATHIN TeMIepaTypi OpTOPOMOIIHO-
ro 5-PbO no crabinbHoro rerparonanabaoro a-PbO.
IIpr mpomy crocrepira€Tbest 3cyB HaHOLIBIN iHTEH-
cuBHOI cMyTn B4, B crekTpax o6ox 3paskis Bim 140
10 131 em™ ! (st Pb-5) Ta Big 141 10 134 em™ 1 (s
spaska Pb-4).

CuiBBiJHOIIIEHHS 9aCTOT, IO CIIOCTEPIracThCs Mik
cemyravmu KPC mist asu S-PbO 3 mostozkennsiM mpu
286 cm~! Ta cmyrm 3 Makcumymom mpu 337 cm !
utst dbasu a-PbO [27], € XoporuM MOKa3HUKOM JIJIst
BU3HaYeHHsT (a30BOI CyMIIIl JTOCIIII2KYBAHOTO MaTe-
piamy. Ile cmiBBimHOIIEHHST MOXKe OyTH BUKOPHUCTA-
HO I OTPUMAaHHSA sKicHOI iHdopmarii mpo da3zo-
BHUIl CKJIaJ JOCJIKyBaHUX 3pa3KiB. Bapro 3a3maqun-
TH, MO KpiM OCHOBHUX KoauBHUX cMyr «(S)-PbO y
crrekTpi KPC 3paska Pb-5 ciocrepirarorbest 1o1aTKo-
Bl CMyTr'ul y BUCOKOYACTOTHi{l 0bacTi cruekTpa: iHTeH-
cuBHa cMyra mpa 966 e~ ! Ta crabka mmpoKa cayra
npu 1044 cv™!, mos’asani 3 poscioBaHHAM KapboHa-
Ty cBUHITIO [28].

4. BucHoBKn

Y poboTi mPOIEeMOHCTPOBAHO MPOCTHUI Ta edPeKTUB-
HUAI METOJI eJIEKTPOIITUIHOTO CUHTE3Y 3 BIIKPUTOIO
KOMIpKOIO HaHodacTWHOK PbO 1BOX pi3HHX MOIH-
dikaniit (a-PbO, S-PbO). IIpogemorCcTpOBaHO, 10
pukopuctantst po3unHy NaCl sk ejlekTposiiTy mpu-
3BOJIUTH JI0 YTBOPEHHSI CyMimti KapOOHATY CBUHINO i
JIBOX Momum(iKaliili OKCHIy CBUHITIO HE3AJIEKHO Bif
TeMIeparypu cuure3y. Beranosieno, mo mnpu 36116
MITEeHHI TeEMIIEPATYPHU CUHTE3Y 301IbITYETHCA 00 €MHMIH
BMICT OKCH/IIB CBUHIIIO Yy JIOCJIPDKYBAHUX 3pa3Kax.
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Boanouac crocrepiraerhbes pict po3MipiB HAHOIACTH-
HOK OKCHIy CBUHIO Ta 3Mmenmtenns HY xapbomnary
cBuHIO. Pe3ynbratnn ha30BOro po3moIily CHHTE30-
BAHOI'O MaTepiaJly, 0 OTPUMaH] 3 JIOC/Ii2KEHHsI CIIe-
krpis KPC Ta ®JI, 106pe KoOpesooOTh i3 JaHUMUI
PCA. Ilokazano, mo noemuannsa meroxis KPC Ta
PCA pna anmanizy cywimi jgsox ¢da3z PbO e 6Gibin
iHopMaTUBHUM, MOPIBHAHO 3 BUKOPUCTAHHSIM JIH-
me PCA, BHaC/IIIOK HAKJIaJaHHS] PEHTI'€HIBCBKUX pPe-

diekciB a- ta S-PbO.
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V.O. Myslinchyk, B.A. Tataryn

OPTICAL AND STRUCTURAL

PROPERTIES OF NANOPOWDERS

OF LEAD COMPOUNDS OBTAINED

BY THE ELECTROCHEMICAL METHOD

The influence of the temperature and electrolyte composition

on the synthesis of nanopowders of lead compounds using
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the electrochemical method has been studied. X-ray diffrac-
tion (XRD) studies were carried out, and their results are
used to determine the composition of obtained specimens and
the size of nanocrystallites in them (using the Debye—Scherrer
formula). The possibility of the formation of lead oxides and
lead carbonate, when electrochemically synthesizing nanopar-
ticles is discussed. It is shown that a mixture of lead oxide
and lead carbonate nanocrystals is obtained irrespective of the
electrolyte temperature. The results of XRD structural studies
are compared with the results of Raman studies of the same
specimens. The photoluminescence bands of synthesized com-
pounds are analyzed.

Keywords: a- and B-lead oxides, lead carbonate, XRD
structural studies, nanoparticle size, Debye—Scherrer formula,
Raman scattering, photoluminescence.
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