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Buguenna mikpocmpykmypu  HAGHOKPUCMANIYHUX —DEYOBUH MeMOOOM HOPOUWKOBOT
ougpaxmomempii 3a Qi3UMHUM POUWUPEHHAM OUDPAKYIHUX NIHIUE Nepeddauac 8paxyeaHHs
oupparyiiHux 0aHux CMAaHOAPMHUX NOJIKPUCTIANIYHUX DEeHO8UH, DANCAHO, OOHIEI npupoou i3
00CNIOAHCYBAHUMU 3 PO3MIPOM Kpucmanimis, wjo nepesuwyye 100 um. Y sunaoxax eiocymuocmi
MaKux cmanoapmis 80aiomvcst 00 UKOPUCTNAHHS ICHYIOUOT 3ANIeHCHOCIE WUPUHY OUPPAKYITIHUX
nikie  6i0 kyma Ougpaxyii 018 HAAEHO20 emaioHy abo no6yo00sU  MeopemuUyHUX
eMAanoOHHUX/IHCMPYMEHMANbHUX NpoQinie uepe3 napamempu KOLMayii peHmM2eHi8CbKUX
NpoMeHiae.

Y oanii  pobomi  npogedeno  nopigusibHe — OOCHIONCEHHST  MIKDOCMPYKMYpU
HAHOKPUCMANIYHUX OKCUOI8 MUMAHY (aHamas), on0s8a, 3aniza (MacHemum), CUHINE308aAHUX
PI3HUMU cnocobamu, 3a O0NOMO2010 OEKIIbKOX Memooi6 ananizy NOPOUKOBUX OUDPAKMOSPAM.
st oyinku cepeOHb020 po3mipy KpUCmanimie 00Caioncy8anux oxkcudie oopano memoo Lllepepa
3 epagiunum cnocobomM GUIHAYEHHS WUPUHU [THCMPYMEHMANbHO20 NPOQIno i 8paxy8aHHaM
enaugy 0yONemHo20 GUNPOMIHIOBaHHSA. A nobyodosu ¢OyHKyYill po3noodiny Kpucmanimié 3a
PO3MIPOM 1 GUBHAUEHHSI Uepe3 HUX CePeoHbo20 PO3MIpY KPUCMATIMIE GUKOPUCTIAHO Memoou
npoginbHozo awanizy OuppaxyiiHux Ccnekmpis, makxi SAK MemoO NOGHO NPOPIILHO2O0
MOOen08anHs nopowkogux ougppaxmoepam (WPPM) i memoo xopo. 3a euszmnauenumu 0is
CMAHOApPmMHO20 3PA3KY, NOAKPUCIIATIYHO20 KDEMHIIO, NAPAMEempamu KOIIMAyii peHmMeeHi8CbKUX
npoMeHie Ha 00IAOHAHHI, WO BUKOPUCTOBYBANOCD, I (hyHKYIE nceedo Botiema, saxa naiikpawe
onucye npoine peHmeeHi6CcbKoi ninii, 3M00eIbO8AHO THCMPYMEHMATbHI OUPpaKyiuni npodini
oKxcudie mumatuy, on108a, 3aniza. Ha ix ocnosi nobyoosano ¢hynxyii po3nodiny Kpucmanimie 3a
posmipom 3a memooom WPPM i memoodom xopo.

3Hatideno, wo 3HAUEeHHS CePeOHbO20 pPO3MIPY KPUCMANIMIB, 00epICcaHi Memooamu
Lllepepa, WPPM i xopo, 051 KOXCHO20 3 OKCUOIB BIOPIZHAIOMbCSA 8 MeNHCAX 0OHO20 NOPAOKY
seauyunu. Tax, 01 okCudy mumary ye 3Ha4eHHs 3HAX00Uumvcs 8 medcax 12 — 18 um, ons oxcuoy
onosa 6 mexcax 7 — 10 Hm, 01 oxcudy 3aniza ¢ medxcax 9 — 12 um. Ananiz @ynxyii po3noodiny
KpUCmanimis 3a po3mipom i 3Ha4ensb cepeonbo2o po3Mipy KpUcmanimie 0anux oxcudié noxazas
OOYINbHICMb  BUKOPUCMANHS PI3HUX MemOoOi6 GUBUEHHSI MIKDOCMPYKMYPU OAsi YMOYHEHHs.
OilicHO20 Xapaxmepy po3nodily KpUcmanimie 3a posmipom i 6CMAHOGIEHHS 1020 36 SI3KY 3
YMOBAMU § CHOCODOM CUHME3Y.

Kuarouosi cjaoBa: HAHOKPUCTATIYHE oxcuou, nopouKosa oughpaxmomempis,
iHcmpymenmanvHull npopin., hyHKyis po3noodiny Kpucmanimis 3a po3mipom.

Beryn

CTBOpeHHS MarepialdiB Ha OCHOBI HAHOKPUCTAIIYHUX PEUYOBHH TOTpedye HaIiifHOTO
BHU3HAYEHHS 1 KOHTPOJIO X PO3MIPHUX XapaKTEPHCTHUK, BiJl YOTO 3ayeXaTh iX XiMiuHi 1 (i3ndHi
BrnacTuBOCTi. J[0 Takux marepiaiB, 30KpeMa, BiJHOCATHCS MOPOIIKOBI KOMITO3UTH Ha OCHOBI
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JUCTIEPCHOTO KPEMHE3eMY 1 HAHOKPUCTAIIYHUX OKCHJIIB TEPEXiIHUX 1 PiKiCHO3EMEIbHUX
MeramiB [l —5]. Taki KOMIO3UTH 3HAxXOJATh 3aCTOCYBaHHS B aacopOIlii, KaTaisi,
OTITOEJIEKTPOHIIi, MEAUIINHI, TOIIO.

SIK BiOMO ONHUM 3 OCHOBHHX METOJIB BHU3HAYEHHS MIKPOCTPYKTYPH KPHCTATIYHHX
PEUOBHH € METOJ IOPOIIKOBOI JH(paKTOMETpii, TepeBaror SKOTO0 Haa EJICKTPOHHOIO
MIKPOCKOIII€I0 € CTaTUCTUYHO 3HAYMMHUI pe3ynbraT. Po3paXyHOK CepemHbOro po3Mipy
KpUCTAITIB 1 QYHKIII pO3MOAiy KPUCTAIITIB 32 po3MipoM Oa3yeThcsl Ha SIBUII (i3HUYHOTO
po3umpeHHs udpakifHuX JiHid Yepe3 po3Mip obnacteil korepeHTHoro poscisaas (OKP),
MeHmmii 3a 100 HM, Ta HasBHicTh AedexTiB 1 Aedopmariil kpuctamiyHoi rpatku [6 —8]. B
ICHYIOUMX Ha JaHUW 4Yac MeTOoAuKax OOOB’SI3KOBO BPaXOBYIOTHCS €TaJOHHI/IHCTPYMEHTANIbHI
mudpakiiiai npodini abo iHCTpyMEHTanbHA IMUpHUHA AUQPAKIIMHUX JTiHIA Ta, 32 HasIBHOCTI,
nyomerauii  xapaktep Ko JTiHIT  pEeHTTeHIBCHKOTO BUIPOMIHIOBaHHS. [HCTpyMeHTasbHI
mubpakiiiai  npodini MOXKHa OJepXaTH JAEKUIbKOMa [uisixamMd. B ogHOMy BHIajky
BUKOPHUCTOBYIOTh €KCIIEPUMEHTAIbHI AUPPAKIiiHI AaHi ISl TOTIKPUCTAIIYHOTO 3pa3Ky OJHIET
OPUPOJIU 3 JAOCHIKYBAHUM 3 PO3MipOM KPHUCTaNITIB, OinbimmmM 3a 100 HM, 32 OJHAKOBUX YMOB
KOJiMaIlii peHTreHiBChbKUX MPOMEHIB AJIs JOCHiPKyBAaHOTO 1 €TaJIOHHOTO 3paskiB. SKIio s
pPO3paxyHKiB HEOOXiJHAa NUIlIe I1HCTPYMEHTAJIbHA MIUPHUHA, il BEITUYMHY MOXKHA OTPUMATH 13
anpOKCHUMAI[IHHOT 3aJIe)KHOCTI MMUPHUHU TIKIB €TAIOHHOTO 3pa3Ky Bia KyTa qudpakiii. B nmpomy
BUMAIKY JUIS TOCTI/KECHHS HAHOKPUCTAJIIYHUX PEYOBHH MOKE OyTH BUKOPUCTAHUI €TaJOHHHIMA
3pa3ok iHmoi mpupoau [9—11]. JIlpyrum Ccy4acHMM TUISXOM €  MOJICITIOBAHHS
THCTPYMEHTAJIBHOTO JU(PPAKIIITHOTO MPODUTIO 3 BUKOPUCTAHHIM MaTeMaTHYHUX (PYyHKIH THITY
l'ayca, Jlopenma abo CKIagHIMINX, MapaMeTpH SKAX BHU3HAYAIOTHCS EKCHEPUMEHTAIBHO IS
€TaJJIOHHOTO 3pa3Ky B OJIHAKOBHX YMOBAX KOJiMallii peHTIeHIBCbKUX MPOMEHIB JUISl €TaJOHHOTO 1
nocmipkyBadoro [12, 13]. fIkmo BuxopuctoByeTbCcsi Kgiq2 BHIOPOMIHIOBaHHS, TO B 000X
BUIA/IKaX TIOBUHHA BHKOHYBATHUCh Tpoueaypa BuaiieHHS Kqi ckimamoBoi i3 mudpakmiiHOTO
npodiao IOCHiHKYBaHOTO 1 CTAHAAPTHOTO 3pa3KiB.

MeToau aHai3y MiKpOCTPYKTYPH HAHOKPHCTAJIYHUX PEYOBHH 32 JaHUMHU MOPOLIKOBOT
augpaxkToMeTpii

VY pobGorti [14] 3amporoHOBaHa aBTOMAaTH30BaHAa METOJHMKA PO3PaxXyHKY CEpEeIHBOTO
po3Mipy KpucTamiTiB, Dxp, 32 meromom Illepepa [9] 3 BHKOpUCTaHHSM ycepeaHEHOI KyTOBOI
3aNIeKHOCT] MIMPUHA AUQPPAKIIHHAX JHIA pALy MOJIKPUCTATIYHUX CTaHJAPTHUX 3pa3KiB Ta
rpadiunoro crnocoOy Buminenns Kqi1 cknazooi 3 audpakuiiinoro npodimo [15, 16].

Taxk, piBastaas Lllepepa 3anmcyerscs

D, =kA/ fcos(d), (1)

ne A — poBxuHa Ky XBHIII PEHTTeHIBCBKOTO BUIIPOMiHIOBaHHS, [ — (hi3MUHE PO3IIUPEHHS JiHil
3a paxyHOK HAaHOPO3MIPHOCTI KPUCTANITIB, #— KyT nudpaxiiii, £ — KoedilieHT, M0 3aIeKUTH Bi
(hopMHU KPUCTATITIB 1 OMU3BKHIA 32 BETUYHHOIO 710 1.

Iupuna audpakuiiinoi miuii B, iHCTpyMeHTalIbHA upruHa b i posimpenHs f moB’s3aHi

CHIBBIJHOIIIEHHSAM:
B =bg/ [, FEIFGx)dx, 2

ne f(x)i F(x) ¢ynkuii, mo onucyrors iHCTpyMeHTaNbHUH Tpodias BiJ CTaHAaPTHOIO 3pa3Ky i

EKCIIePUMEHTAIBHII TPOQLIb Bijl JOCTIKYBAHOTO 3pa3Ky, BiAMOBIIHO. B 3aneXHOCTI Bij TUITY
bynxuii f(x) i F(x) Bennuuna posmmpenns fi npuiiMae npoctuii Bupas. f = B — b y Bunaaxy

dynkuii Jopenna, £ = +/(B2—b?) y Bunanxy ¢yuxiii Tayca i # ="4(( B —b) + V(B2—b2)) y
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BUNAJKY 3Milanux (QyHKiii. Benmuunnan B 1 b BH3HAUarOTBCS SIK BiJHOIICHHS 1HTETPalbHOI
IHTEHCUBHOCTI J0 11 MaKCUMajlbHOTO 3HA4YeHHS Juisi oOpaHoi nudpakimiiiHol  miHil
JIOCJII)KYBAHOT'O 1 CTAaHIAPTHOTO 3pa3Ky.

V pasi xy6ietHoro Kqiq2 BUMPOMiHIOBaHHS 3aMicTh BenwuuH B i b oxepkyrors B' i b'.
B’ Bu3HauaeThCs BiIHOLIEHHSAM IHTErPANbHOI i MaKCHMMAIbLHOI iHTEHCHBHOCTI JU(paKiiiHOro
niKy, a b' 3HaX0mUTBCS 3 yCepPEHEHOT KYTOBOI 3a/IeKHOCT] IMPUHK AU(PPAKIIMHUX JTiHIH Pty
etanmoHHux 3paskiB (Si, SiO2, NaCl, LiF, AlOs3) B monoxenHi Tiei nudpaxuiiHoi niHii
JIOCJIIKYBAHOTO 3pa3Ky, 3a PO3IIUPEHHSIM SKOI BU3HAYA€TbCS CEpEHiN pOo3Mip KpHCTaNliTiB
(puc. 1).

20 40 60 80 100 120
20, rpag.

Puc. 1. 3anexHiCTh IHCTPYMEHTAIBHOI IUPUHH b’ BiA KyTa Tudpakuii A1 psay CTaHIapTHHX
3paskiB: 1 — SiO2, 2 — NaCl, 3 — Al203, 4 — Si, 5 — LiF

Iepexin Bix 3nauens B 1 B no B i b s3nailicHioeTbess TpadiuHuM Croco0oM 3
BUKOPUCTaHHAM 3ajexnocteil Bfb" (B fB") in &/b" (§/B"), ne § = (Rgy — Aga)tgl@ fhgy mik
nyOJeTHa BijgcTaHb (puc. 2).
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Puc .2. I'padik 1ig Bu3HaueHHs B 1 b B 3anexxHocTi Big tuny ¢ynkuii f(x) 1 F(x): dyunkuis ['ayca
(1), pynkuis Jlopenna (2, 3)

B cyuachux wmeromax aHanizy AMQpakmiiHUX JaHWX MOOy[0Ba 1HCTPYMEHTAIBHHX
TUGPAKIIHHX TPOQITiB TPOBOAUTLCSA TNUISXOM MOJCITIOBAHHS TPOQITiB MaTeMaTHYHUMHU
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¢dyHKisMu. B 06araThox BUNaAKax BUKOPHCTOBYIOTH (DYHKINIO TIceBlO Boiirta, mo € cymoro
BKuIaniB ¢yHkii ['ayca i pynkuii Jlopenna:

pV(28) = (1 — nWrlnZexp(-n2 (20-205:044)/0) + (1/T6)(L/ (1+((28-285105)/6)%). (3)

3 mapameTpaMu G i 1), AKi BiJNOBiNalOTh IMOJIOBWHI MHMPWUHHU AudpakmiiHoi JiHil 1 BKIaLy
¢dynxkuii Jlopenna go 3aranpHoro npodinto. Bonu mos’s3ani 3 mapamerpamu komimaii W, V. U,
a, b, ¢ 3anexxHocTsIMH Bij KyTa nudpaxiiii HacTymHuM 9rHoM [17]:

29 = FWHM, FWHM? =W +Vtg(@) + Utg®(8) ., n =a + bé + 62, 4)

ne FWHM Bu3HadaeThes SK MIMPYHA JTiHIT HA TIOJIOBYHI i BUCOTH.

Konimaniiiai mapameTpu € cranuMu BeTUYMHAMHU 3a 00paHOi KomiMaiii peHTreHiBChbKHUX
MMPOMEHIB Ha O0JIaHaHHI, 10 BUKOPHCTOBYETHCS, 1 MalOTh ofHaKoBi 3HadeHHs s Ko 1 Koo
CKJIAJIOBUX PEHTI'€HIBCHKOTO BHUIIPOMIHIOBAHHS.

B mporpamuomy makeri PM2K [18], B skOoMy peati3oBaHO METOJ] TOBHO HPOQiIEHOTO
MojietoBaHHs nopomkoBux audpakrorpam (WPPM, Whole Powder Pattern Modeling) [19, 20],
BUKOHYETbCA PO3paxyHoK mapametpis W, V. U, a, b, ¢ 3a nudpakuiiHUMH JaHUMH
CTaHIAPTHOTO 3pa3Ky. 3a3HaueHi MapamMeTpu MOXYTb OyTH BUKOPUCTaHI g TMOOYIOBH
THCTpYMEHTANBHUX MPODiTiB /I OYIb SIKUX KPUCTATIYHUX PEUOBUH.

B pasi ny6netnoro BunpoMintoBanHs Kqiq2, KON IHTEHCUBHICTD K1 JIiHIT BABIUi Oibia
3a iHTeHCUBHICTh Kq2, IHCTpYMeHTaNbHUIN TPODITh 3aITUCY€ETHCS:

PV (204 01ma2) = PV (20441 ) + 0.5 pV (2042 ). %)

OTpuMaHuii TakUM YHHOM IHCTpYMEHTanbHMHA Tpodine B wmerogi WPPM
BUKOPHUCTOBYETHCS AJIs1 TOOYM0BU GYHKITIH PO3MOiTYy KPUCTATITIB 32 PO3MIPOM.

3a Teopiero au¢pakmii CHIBBIAHOMIEHHS, IO NOB’sA3ye aAudpakmiifHuil mpodinb
nociipkyBasoro 3pasky h{x) 3 iHctpymenranbHum npodinem f{y¥)} i mpodinem, mo onmcye
PO3LIMPEHHs JIiHIT 38 PaXyHOK HAHOPO3MIPHOCTI KpHMCTANTiB i Mikpoaedopmaii g{x —¥), B

3arajqbHOMY BUTJISIII 3aITUCYETHCS
hix) = [75 fx) glx — y)dy. (6)

B wmeroni WPPM piBHSIHHSL BHpIIIYEThCS 3a JIOMOMOTOI0 3BOpOTHOTO Dyphe
MIEPETBOPEHHS 1 B KIHIIEBOMY BHIJIsI/II TIOB’3Y€ €KCIEpUMEHTAIbHUHN nudpakiiiauil mpodins 3
(byHKITIEIO PO3MOJUTY KpUCTAIITIB 32 po3MipoM. OcobnuBicTi0O MeTony € moOymoBa (QyHKIiH
pO3MOJIiy TEBHUX THUMIB i (GOPMHU KPUCTAIITIB, SK, HANPUKIAA, JOTHOPMAIBHOTO PO3MOJLTY
kpucranitie g () chepuunoi hpopmu:

9 = e |-1/2 ()| 7)

Dovin

[Mapamerpu [ i 6 mi€l GyHKIIT yTOUHIOIOTHCS Pa3oM 3 mapaMeTpaMH KPUCTAIIYHOI TPaTKH
pedoBuHM 1 iHTeHCHBHICTIO audpakuii. Cepennid po3Mip KpHUCTANTIB Dy 1 Horo

CepeHbOKBAIPATUYHE BiIXUICHHS §.d. B [[bOMY BHIIQ[Ky BHU3HAYAIOTHCS AHAIITUYHO Yepe3
napamMeTpH JJIOTHOPMAIbHOTO PO3MOALTY:
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z

&
Dy =exp’*T | s.d.= V exp?tat (exp® — 1), (8)

Ha Bigminy Big meromy WPPM B mertoni xopna, omucanomy B poborax [21, 22],
MPOTIOHY€EThCSI TOOya0Ba  (DYHKIIT PO3MOIUTY KPHUCTATITIB 3a po3MipoM 0O€3 MpHITyIICHHS
XapakTepy posmnoaity. I3 Bupasy (6) 3HaAXOAUTHCS MPOGLTs PO3MUPEHHS TUPpPaKIiiHOI TiHil
g(x-y). Ilpu nosuauenni ioro, sk i(g), me s - XBUILOBHI BeKTOp, AMpaKLiiiHuil podins
PO3IIMPEHHS 3aMUCY€EThCS Yepe3 iHTepPepeHIliiHy (YHKIIO i PO3MOALT 32 pO3MipOM KOJOHOK
JOBKHHOIO D:

z
i(s) = fme p T2 g(0)ab. ©)

ne g{(D') MoxHa po3rsagaTy Sk QYHKIHI PO3MOJIiIY KPUCTAIITIB 32 PO3MIpOM.

Jns pimenns piBusHHs (9) BigHocHO (D) B poGoTi [23] BHKOPUCTOBYETHCS METOJ
perymspusanii  [24]. CepenHiii po3Mmip KpUCTANITIB B JaHOMY BHUIAJIKy BH3HAYA€THCS
0e3mocepeIHbO 32 MAaKCUMAJIbHUM 3HA4YCHHSM ojiepkaHoi GyHkii. Jlo mepeBar JaHOTO METOMY
BITHOCHUTHCSI MOJIMBICTh BUSBJICHHS OCOOJMBOCTEH PO3MOJIITY KPHUCTAIITIB a00 YaCTHHOK 3a
po3MipoMm.

SAx BugHO 3 Bupaszy (6) B 000X MeToax moOyaoBu GYHKIIN po3MOIiTy KPUCTATITIB 32
PO3MipOM BUKOPHUCTOBYIOThCSI iIHCTPYMEHTAIIbHI MTPOdii.

Pe3yabTaTH Ta 00rOBOpEHH

B naniit po6oTi mpoBe/ieHO TMOPIBHSUIBHUN aHali3 CepeAHbOrO PO3MIpy KPUCTANITIB i
(GYHKIiA pO3MOALTY KpPUCTANITIB 3a pPO3MIPOM OKCHIIB THUTaHy (aHaTa3), OJIOBa, 3aii3a
(MarsHeTuT), 3a yMOBaMH CHHTE3Y SKHX Iepen0adacThCsi YTBOPEHHS 1X Y HAHOKPUCTAIIYHOMY
crani. Oxcun TuTaHy (aHatasz) BupoOjeHo ¢ipmoro Millennium Inorganic Chemicals, okcun
0JI0OBa CHHTE30BaHO IUISIXOM OCA/KEHHSI COJIi OJI0Ba 3 HACTYNHHMM BiANAajioM Ha MOBITPI mpu
600°C, okcua 3amiza (MarHeTHT) OJNEPKAHO NUISIXOM CIiB OCAQPKCHHsS COJel 3aiiza.
Jdudpakrorpamu aHuX 3pa3kiB 300paxkeni Ha puc.3. BunHo, mo qudpakiiiiai JiHil po3mmpeHi
1o Pi3HOMY y pi3HHMX OKcUAiB. Tak, HalOinbla MUPHHA MIiKIB y OKCHIY OJIOBA, HallMEHINa Y
OKCHUJYy TUTaHY
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|, BigH.0Q
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20, rpag.

Puc. 3. J/ludpakrorpamu HaHOKpUCTATIYHUX OKCUAIB: THTaHy (1), omoBa (2), 3ami3a (3)

OOumCneH s cepeTHhOTO PO3MIPY KPUCTAJITIB JAHUX OKCHIIB MPOBENEHO 3a (GOPMYIIO0
[lepepa 3 BUKOpHUCTAaHHSAM omucaHoi B [14] MeTomukM 1O HAHOUTBII IHTCHCUBHUM
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mudpakiiiauM JiHisM 3 iHgekcamu Mimnepa (101) anartasy, (110) oxcuay osoma, (311)
MarHeTury. Woro 3uauenns cknaxarors 18, 10, 12 um s TiO2, SnO2 i Fe3O4, BimmosixHo.

Jns moOynoBu (pyHKIIH pO3MOIUTy KPUCTANITIB 32 pO3MIpPOM JOCIHIIKYBaHHX OKCHIIB
IHCTpYMeHTabHI Mpo¢ i Oyu 3MOJebOBaHI HA OCHOBI BCTAaHOBJICHUX IapaMeTpiB KOIiMarlii
W, V.U, a, b, c. Boun Oynu po3paxoBaHi JUisi CTAHJAPTHUX YMOB 3MOMKH Ha JupakTOMeTpi
tunry JPOH 3 ¢okycyBaHHSIM pEHTTEeHIBCBKMX TpoMeHiB 3a bperrom-bpenrtano i
BUKOpUCTaHHAM 1yOneTHoro CuKyiq2 BHNPOMiHIOBAaHHS. 3a CTaHAAPTHHUN 3pa3oK Oyso B3SATO
MOJIKPUCTANIYHANA KPEMHil, OTpHUMaHUH MUITXOM MEXaHIYHOTO TIOMOJY MOHOKPHUCTAIY
KPEMHIIO 3 CepelHIM pO3MIpoM KpHCTaliTiB, mo nepesunrye 100 am. Insg maHoro cranmapry
Oyna 3xiiicHeHa 3HOMKa OKpeMux AudpakmiiiHuX mikiB B KyroBomy iHTepBami 20-100 rpan 3
kpokom 0.02 rpajn i ekcro3uIliero B Touili 5 ¢ (puc. 4).
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|, BigH.0A.
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20, rpag,

Puc. 4. Jludpakmiiini mpodisii eTaloHHOTO 3pa3ky Si 3a OJHAKOBUX YMOB Kojimarlil
PEHTTeHIBCHKHUX MMPOMEHIB JUTSI CTAHAAPTHOTO 1 JOCHIKYBAaHOTO 3pa3KiB

Otpumani 3a mporpamoro PM2K 3nauenns W, V. U, a, b, ¢ Oynu BUKOPHCTaHI ISt
BU3HAYEHHS NapaMeTpiB o 1 1) GyHKIIT ceBao-Boiirta i mo0y10BM iHCTpyMEeHTaIbHUX MPOodisiB
JOCTi/PKyBaHUX OKCUJIIB. Po3paxoBaHi TakuM UYHMHOM IHCTpyMEHTaldbHI mpodini Ta
excriepuMenTanbHi mani st midid (101) amatazy, (110) oxcuay omoBa i (311) marmeruty
300paXkeHo Ha pucC. 5.

31 1,2 3 a 1 6
6000
. 21 o 2

g 5 4000-

T T 3
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‘m 1 o

5 1 _- 2000+ "M"/\V‘M.
20 22 24 26 28 34 36 38 20 22 24 26 28 34 36 38

20, rpag. 20, rpag.

Puc. 5. TncrpymenTtanbhi (a) i excriepuMenTanbHi (0) mpodimi miniit (101) amarasy (1), (110)
okcupy onosa (2) i (311) maruerury (3)
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OyHKIIT PO3MOJUTY KpPUCTANITIB 3a PO3MIPOM Ui JIOCHIJKYBaHUX OKCHIIB 3a
TUGPAKIITHIME JaHUME  OyJIu MOOY0BaHi 3 BUKOPUCTAHHSIM 000X METOJIiB, OTIMCAHUX BHIIIE.
Bonmu 300paxeni Ha puc. 6. Onepxani dyepe3 QyHKIIT po3noaiTy 3HaY€HHS CEPEIHBOTO PO3MIpY

KPHUCTATITIB HaBeJeHI B TaOJIHIIL.
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Puc. 6. ®yHKIi1 po3moiay KpUCTATITIB 32 po3MipoM 3a metogoM WPPM (a) i merogoM xopa

(6) nnst anarazy (1), oxcuay onoa (2) i maruetuty (3)

Tabauus. Cepenniii po3Mip KPHUCTANITIB JOCTIHKYBAaHUX OKCHJIB, BU3HAUCHHHA 32 DPI3HUMHU

METOJaMU
3pazok 3a metomom lllepepa, M | 3a meromom WPPM, am 3a MeToIoM XOpJ, HM
Ti0, anata3 18 12 16
SnO, 10 7 8
Fe;O4 MarneTur 12 9 10

Bunno, mo cepeaniii po3mip KpucTaliTiB, oTpuMaHuii 3a piBHsHHsAM [llepepa, mae
3HauYEHHSs, OUTBIII 3a Ti, 10 3HaMIEH] 13 QYHKIINH PO3MOiTY KPUCTATITIB 32 PO3MIpPOM, JUIS BCiX
JOCIIDKYBAaHUX OKCHIIB. AJie JUIsi KOXHOTO OKCHJIYy BOHM MAalOTh OJHAKOBHH MOPSIOK
BenmunHA. HaliMeHmmid po3Mip KpHUCTAIITIB Mae OKCUA oyioBa, 7 — 10 HM, HAHOLTBIINIA OKCH
TUTaHy (aHaras), 9 — 18 HM, mpoMikHHN OKCcHJ 3ami3a, 9 — 12 HM. TakuM ke YHHOM 3MIHIOETHCS
1 cepeHbOKBaZpaTHYHE BIAXWICHHS §. d. (PIBHSHHS 8) Ui JIOTHOPMAIBHOTO PO3NOILTY (METOT

WPPM). To6to, HaiiMeHIlle 3HA4YCHHS §.d. CIOCTEPITraeThCs y OKCHUIY OJIOBa, HAWOLIbIIE Y

OKCHJy TUTaHy, CEpeIHE y OKCHIY 3ai3a. AHami3 QyHKIIH pO3MOALTY, OTPUMAHUX 332 METOJIOM
XOpJ, BKa3y€ Ha BIAMIHHICTh ¥ (JOpMi PO3MOIIITY KPUCTAIIITIB 32 PO3MIPOM ISl PI3HUX OKCHIB.
BunHo, 110 TiABKK PO3MOALT KPUCTAITIB OKCUAY 3alli3a HAOIMXKAETHCA IO JIOTHOPMAIBHOTO.
Posnoain kpuctamniTiB 3a po3MipoM y OKCHJIIB 0JIOBA i TUTaHy OJIM3bKUI 10 HOPMAIBHOTO, 110
onucyeTbes pynkuiero [ayca. JlonaTkoBi MaKCMMyMH NPH 3HAYEHHAX Dy 7 1 11 HM 151 oKCuay

THUTaHy IIOB’Si3aHI 3 OCOOJIMBOCTSIMU QITOPUTMY pPO3paxyHKy. TakuM 4YHMHOM MOpPIBHSHHS
GbyHKIIH po3nominy, MoOyJAOBaHWX 3a JBOMa METOJaMU, MOXE NPHUBECTH JI0 YTOYHEHHS
JUHACHOTO XapakTepy PO3MOALTY KPUCTANITIB 32 PO3MIpPOM.

BucHoBku

Ha ocHOBI aHaiizy MiKpOCTPYKTYpH HAaHOKPHCTAIIYHUX OKCHIIB TUTaHy (aHaTa3), 0JIOBA,
3amiza (MarHeTHT), CHHTE30BAHMX 3a PI3HUMH METOAMKaMH, OyJI0 IOKa3aHO, SK MUISIXOM
MOJIETIIOBaHHs AU(pakuiitHux mpodiiiB 3 BUKOpUcTaHHAM (yHKIIT iceBao-Boiirta 1 mapameTpis
KoJNiMalii pPEeHTreHIBChbKUX NPOMEHIB Ha 0OJajHaHHi, M0 BUKOPUCTOBYETHCS, MOOYIyBaTH
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THCTpYMEHTaNbHI TUdpakKIiiHi mpodini uisi HAHOKPUCTAIIYHUX PEYOBHH Y pasi BifICYyTHOCTI
CTaHJIAPTHUX 3Pa3KiB OJHIE€T IPUPOJIHU 3 JOCTIKYBAHUMH PEUOBUHAMH.

[Tokazano, mo cepeaHiii po3Mip KPUCTATITIB, BH3HAYCHHWH 32 DPI3SHUMHU METOJAMH -

[epepa, yepe3 GyHKIT po3moairy 3a posmipoMm WPPM i xopa, A JOCTiKyBaHUX OKCH/IIB
TUTaHy, OJIOBA 1 3aj1i3a BIJAPI3HIIOTHCS JIMIIEC B MEXKaX OJHOTO MOPSAKY BEIHUHHU.

ITokazaHo, 10 MPW BUKOPHUCTAHHI JEKUIHPKOX METOAIB MOOYAOBH (DYHKIH pO3MOALITY

KpPHUCTAJIITIB 332 PO3MIPOM MOXHa YTOUHIOBATH JIHCHUHN TUN po3noniny. Hani ¢yHKIIT MOXYTbh
OyTH BHKOPHCTaH1 TaKOX JJIsl BCTAHOBJICHHS 3B’SI3Ky MK YMOBaMM CHHTE3Y 1 BJIACTHBOCTSMHU
HaHOKPUCTATIYHUX PEUOBUH 3 XapaKTEPOM PO3IMOIITY KPUCTAIIITIB 32 PO3MIPOM.
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ON THE USE OF MODEL DIFFRACTION PROFILES IN THE
MICROSTRUCTURE ANALYSIS OF NANOCRYSTALLINE
METAL OXIDES BASED ON POWDER X-RAY DIFFRACTION
DATA

0.1 .Oranska, Yu.l. Gornikov, V.M.Gun’ko, A.V. Brichka

Chuiko Institute of Surface Chemistry of National academy of science of Ukraine,
17 General Naumov Str., Kyiv 03164, Ukraine, e-mail: el.oranska@gmail.com

The study of the microstructure of nanocrystalline substances by the method of powder
diffractometry based on the physical broadening of diffraction lines involves the use of
diffraction data of standard polycrystalline samples, preferably, one nature with the test samples
with the size of crystallites exceeding 100 nm. In the absence of such standards, researchers
resort to the existing dependence of the width of diffraction peaks on the angle of diffraction for
the standard sample or the construction of theoretical instrumental profiles due to the
collimation parameters of x -rays used.

In this paper a comparative study of the microstructure of nanocrystalline titanium oxide
(anatase), tin oxide iron oxide (magnetite), synthesized in various ways, using several methods
of analysis of powder diffractograms, was carried out. To evaluate the average crystallite sizes
of the studied oxides, the Sherer equation with a graphical method of determining the width of
instrumental profile and the influence of dublet radiation was chosen. Methods of profile
analysis of diffraction spectra, such as a method of whole profile modeling of powder
diffractograms (WPPM) and the chord method, were used to construct crystallite size
distribution functions and determine the average size of crystallites of the oxides. Modeling of
instrumental diffraction profiles of titanium, tin and iron oxides was performed using X -rays
collimation parameters determinated using a polycrystalline silicon as standard and pseudo -
Voigt function, which best describes the form of diffraction peak. The crystallite size distribution
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functions were constructed by means of WPPM and chords methods based on the instrumental
profiles.

It has been found that the values of average size of the crystallites, obtained by the
methods of Sherer, WPPM and chords, differ within the one order of magnitude for each oxide.
Thus, for titanium oxide this value is within 12-18 nm, for tin oxide within 7-10 nm, the iron
oxide of iron within 9-12 nm. Analysis of size crystallite distribution functions and average sizes
of the crystallites of the studied oxides showed the advisability of using different methods of

studying microstructure to clarify the true type of the size crystallites distribution and establish
its connection with the conditions and the synthesis method.

Keywords: nanocrystalline oxides, powder difractometry, instrumental profile, crystal size
distribution function.
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