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CUHTE3 HAHO- U MUKPOKPUCTAIIIIOB Zn0O
NYTEM NEPEKPUCTAJJTIU3ALUNN B SAMKHYTOM OB bEME

A.B. Ton4es, T.KO. lNepmsikoea

Meronamu peHTreHorpauu M 3JIEKTPOHHONH MHKPOCKONUMM HCCJIC0BAaHO
BJIMSIHME JABJICHHS] BOASHOIO NMAapa HA AMCIEPCHBbIA COCTaB M radUTyC KPHCTALIOB
ZnO, ¢opmupymomerocst npu Tepmoodpadorke Zn(OH), B 3aMKHYTOM 00beMe NpHU
450 °C. Iloka3aHo, YTO YBeIMYCHHE MNAPHUAIBHOIO JABJICHHUA IAPOB BOABI IIPH Tep-
MO000padoTKe rHIPOKCHIA LUHKA B 3aMKHYTOM 00beMe IIyTeM NpeABAPUTEIbHOr0
100aBJIeHNs] B PeAKIMOHHYIO 30HY TUCTH/LUIMPOBAHHOI BOABI criocodcTByeT ropMu-
POBAHUI0 CTEPKHEOOPA3HBIX MHUKPOKPHUCTALIOB OKcuaa nuHka. IIpu Tepmoodpa-
0orke Zn(OH), B 3aMKHYTOM 00beMe 0e3 100aBiieHUsI BOAbLI 00pa3yeTcsi HAHOKPU-
craummyeckuii ZnO 6e3 NpU3HAKOB AHM30TPONUH (POPMBI.

Kiouesvie cnosa: 2udpoKkcuo yumka, okcuo yuHKa, CMepICHeoOpasHbie MUKPOKpPU-
CMAbl, NAPYUATLHOE 0asieHue Napoe 600bl, paAcmeopeHue KpUCMAaLlos.

Beenenue

HaHo- 1 MUKpOKpHCTAIIMYECKUN OKCH] IMHKA SBJISIETCS IHPOKO30HHBIM MOIYIPOBOTHUKOM, 00-
JIa1aeT JTFOMHUHECIICHTHBIMH CBOMCTBAaMH, (DOTOUYBCTBUTEILHOCTHIO M (hOTOIPOBOIUMOCTBIO, Palrally-
OHHOH CTOHKOCTBIO [1]. OCOOEHHOCTBIO 3TOH CHUCTEMBI SIBJIIETCS BO3MOYKHOCTh CHHTE3a MHUKDO- U Ha-
HOPa3MEPHBIX KPHUCTAIJIOB C SIPKO BEIPAKEHHOHN aHU30TPOIHUeH (GOopMBI, B BHJIE CTEPKHEH, TPyOOK, TraH-
TeNeid, IIBETOB U T. 1. [2]. Takue 0OBEKTHI SIBIAIOTCS MEPCIIEKTUBHBIM MaTEPHAIIOM JUISI CO3/IaHUS CEH-
COPHBIX, OMTOIECKTPOHHBIX YCTPOUCTB, TPAH3UCTOPOB. IS MOTydYeHUST HAHOKPUCTAILTHIECKOTO OKCHAA
IIUHKA UCIIOJIBb3YIOTCS TaKUE METOJIbI, KAK CHHTE3 U3 ra30Boi (a3sl M U3 PacTBOPOB, AIEKTpodopeTHye-
ckoe ocaxaenne [3]. Ocob0 MHTEPECHBIM SBISETCS THIPOTEPMAIbHBIN METOJ, KOTOPHIN MO3BOISET B
IIMPOKUX TPEJesiax BapbUPOBaTh (OPMYy U pa3Mephl MOJIydaeMbIX KpucTawioB. s (GopMupoBaHus
aHU30TPOIHBIX CTPYKTYP CHHTE3 MOXHO OCYIIECTBIISATH KaK HAa KPUCTAJUIMUECKON IOJUIOKKE, (KpeM-
HUH, IIMHK), TaK 1 0e3 Hee, B MPUCYTCTBHH PACTBOPOB OPraHMUYECKUX U HEOPTaHWYECKUX COSTHHEHUN—
MUHEPAIN3aTOpOB [2, 4].

Lenpro HacTosMICH pabOTHI SBISAIOCH MCCICIOBAHUE BIMSHUS JaBJICHUS BOSHOIO Iapa Ha JHUC-
TIEPCHBIN CcOCTaB u TraduTyc KpuctamioB ZnO npu TepMooOpaboTKe TUAPATUPOBAHHBIX OKCHIIOB IIMHKA
B THAPOTEPMANBHBIX YCIOBUAX U 3aMKHYTOM oO0beMe npu Temnepatype 450 °C.

OO0beKThI M METObI HCCIeI0BAHUSA

Wcxonnbiii runpokcu nuHka noiaydanu cmemenueMm 100 ma 0,25 M pacTBopa HUTpaTa LUHKA U
150 mm 0,5 M pactBopa kapboHaTa HaTpus MPU KOMHATHOW TemmepaType u pH peakunoHHO# cpenpl,
paBHoi1 6,8. [TomydeHHBIH OcaloK BBIIEPKUBAIIM B TeUeHHE 24 4, a 3aTeM OT(QUIBTPOBBIBAIM HA BOPOH-
ke broxHepa u mpombIBaiIM ropsyeld JUCTUINIMPOBAHHON Bomo# B komudectBe 300 M W cynmwim npu
KOMHATHOM TeMIepaType B TE€UCHUE CYTOK. PeHTreHorpaduueckuil aHaim3 oOpas3LoB MPOBOIWIN Ha
mudpakromerpe JIPOH-3, MomupuIIMpoOBaHHOM JUIsl pETUCTPAIMU TaHHBIX Ha KOMITBIOTEPE, C HCIOIb-
3oBaHueM (puiabTpoBaHHOro CoK,- n3nydeHus. MopQosoruio u cpeHuil pasMep KpUCTAIIOB HCCIISIO-
BaJIM Ha CKaHUPYIOIIEeM 3JieKTpoHHOM MuKpockorie JEOL. ITo manHbIM peHTreHO(pa30BoOTo aHaIN3a, 1c-
XOIHBIM 00pasel MpencTaBisl co00i HAHOKPUCTAJUINYECKUI THIPOKCH IIMHKA, U3BECTHBIM B JINTEpa-
Type [0 Ha3BaHHUEM sweetite, 1 KpUCTAIIM3YIOLIMICS B paMKax TeTparoHaJIbHOW CHHTOHHH C TIapaMeT-
paMu 3eMeHTapHON Kpuctamummdeckoi stueiiku a = (0,820 £0,006) um u ¢ = (1,434 £0,008) um. Ilo
JaHHBIM JICKTPOHHOW MHUKpOCKONHHU (pHc. 1, a) HCXOMHBIN 00pa3en COCTOUT U3 XJIONbEBUIHBIX IOY-
NPO3PaYHbIX KPUCTALUIMKOB HeNpaBHIbHOH (Gopmbl Tonmmuoi ~10 HM U ~100 HM B momepeyHHKe.
I'unporepmanbHyt0 TepMOOOPaOOTKY THIPOKCHIA IIMHKA OCYIIECTBISUIM B CTAIBHOM TOJICTOCTEHHOM
aBTOK/IaBe THIA «GoMbGa» o6bemom 0,002 am°, Kyaa 3arpyxanu | r ucxomsoro Zn(OH), (o6pasers 1).
Bo BTOpOIi aHanoruuHeI aBTOKIAB 3arpyxanu 1 r ucxognoro Zn(OH),, u no6asmsi 1 M1 ARCTHILTH-
poBaHHOH BoJIbI (0Opaser] 2). ABTOKIaBbl ¢ 00pa3namMu MOMEIAId B MPEIBAPUTEIHLHO HATPETYI0 MY-
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¢denpHyto meub. Temmeparypa TepmooOpaboTku coctasisuia 450 °C, Tounocts nopnepxkanus = 5 °C,
BpeMs TepMooOpaboTku — 4 4. [TapuuanbpHOe AaBICHUE MapOB BOJBI B PEAKIIMOHHOW 30HE OLICHUBAJIH 110
ypaBHeHHUI0 Menneneesa — Knaneiipona.

- 100nm JEOL
20.0kV SEI SEM

Puc. 1. MukpodoTtorpacmmu ncxogHoro rugpokcuaa LUnHKa (a) n obpasuoB okcuaa UMHKa: 6 — o6pasel 1, 6e3 gobaBneHus
BOoAbl; B — obpasey 2, c go6aBneHnem 1 mn H,0 (450 °C, 1=4 )

PesynbTartsl

[IpoBenenHsIil peHTreHO(Aa30BbIM aHAIN3 00Pa3LoB, MOMYYSHHBIX B PE3yJIbTaTe TepMOOOPaOOTKHU B
3aMKHYTOM 00BEMe, TIOKa3ail, 4To 0e3 qo0aBieHHs BOIbI GOpMUpyeTcsl OKCHJI IMHKA, U3BECTHBIN B JHU-
TepaType Mo Ha3BaHUEM IIMHKHUT, W HE3HAYUTEIHHOE KOJIMYECTBO MPUMECHOH (a3bl (Cieabl), yIoBIe-
TBOPHUTEIBHO WACHTH()UIMPOBATH KOTOPYIO He yaaercs (puc. 2, a), a oOpasew 2, Mmory4yeHHbIH ¢ 100aB-
JICHHEM BOJIbI, MpeCTaBisieT cobol omHodasueii ZnO Monudukanmu IUHKUT (puc. 2, 0). B pamkax
reKCaroHallbHOW CHHIOHUH, B KOTOPOH KPHCTAJUTM3YETCS IUHKHUT, OBUIM TPOBENICHBI MPEIM3HOHHbIC
HU3MEPEHHsI MapaMeTPOB JIEMEHTAPHON KPUCTAIUIMYECKOH stueiikn o6oux o0pasuos. [y aToro usmepsi-
JIM YTJIOBOE MECTOPAcIoIokKeHre JU(PPaKIMOHHBIX MaKCUMYMOB ¢ nHaekcamu Mumepa (105) u (300).
YcraHOBIIEHO, YTO B TIpefieax OMIMOKHA U3MEPEHHUH MapaMeTphl AJIEeMEHTApHOW KPUCTAUTMYECKON SUCHKH
1 ¢ 00pasioB 1 u 2 He paznmuyarorcs u coctaBisoT a = (0,1302 £ 0,0005) am u ¢ = (0,5210 + 0,0002) aMm.
BwMmecTe ¢ Tem, Ha peHTreHOrpaMMax o0pas3ioB HabJromaeTcs nepepacipeaesieHie HHTEHCUBHOCTEH 01~
HOUMEHHBIX TU(PPaKIHOHHBIX MAaKCUMYMOB. Tak, OTHOCHUTENbHbIE MHTEHCHBHOCTH pediekcoB, paccyu-
TaHHBIC 10 OTHOIICHUIO K MHTEHCHUBHOCTH mepBoro pediekca (100), aus oOpasua 1 OyayT paBHBI:
Iyy = 0,6; Loy =1,5; 110 =0,3;1110 = 0,4. dns o6pa3na 2 OTHOCUTEIbHbIE HHTEHCUBHOCTH aHAJIOTHYHBIX
pe(i)HeKCOB PaBHEIL: 1002 = 0,13, ]101 = 0,75;]102 = 0,07, [110 = 0,4
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Puc. 2. ®parmeHTbI peHTreHorpamm obpasuoB 1 (a) u 2 (6), nony4YeHHbIX B pe3ynbTate TepMOo6paboTkn
B 3aMKHYTOM o6beme npwu 450 °C

JUn1st BRIACHEHHSI BO3MOXHOM MPUYUHBI TIepepactpeiesieHHsI HHTCHCUBHOCTH TU(PPAKLIUOHHBIX MaK-
CHMYMOB Ha PEHTI€HOrpaMMax ObUTM MPOBEACHBI HJICKTPOHHO-MUKPOCKOIIMUECKUE HUCCIIEAOBaHHUS, KO-
TOpBIE MOKa3allil CYIICCTBEHHBIC pa3iW4Ms B TaOHTyCe W CPETHHUX pa3Mepax Kak KPUCTaJIOB OKCHA
uHKa 00pasnoB 1 u 2, Tak u ucxogHoro Zn(OH), (cMm. puc. 1).

B uactHoCTH, Ha puc. 1, 6, HabmogaeTcsl AOBOJIBHO MOHOIUCIIEPCHAs CHCTEMa, COCTOSIIast U3 Ha-
HOKPHUCTAJIMKOB MPAaBHJIBHON (POPMBI C OIUIABICHHBIMH KPasMH, OJHOPOJHOTO KOHTPACTa, pa3zMepoM
ot 100 g0 200 HM, BCTpeyaroTCsl KOHGUTYPAIlMU, COCTOSINNE M3 HECKOJIBKUX CPOCIIUXCS YacTull. B To
e BpeMs, B pe3ysbTaTe 100aBIEeHU B PEAKIMOHHYIO 30HY 1 M TUCTUIIIMPOBAaHHOM BoAbl (puc. 1, B)
NPOUCXOANT (POPMHUPOBAHUE CTEPKHEOOPA3HBIX KpHCTALIIOB AnuHOM 10 10 MM u 0,5-1,0 MKkM B mome-
pEUHMKE, UMEIOIUX OJHOPOJIHBIA KOHTpacT. Habiromaercs TeHIeHIUS K 00pa30BaHUIO TeKcaroHalb-
HOH OrpaHKH B MONEPEYHOM CEUCHHH KPHCTAILIOB.

OO0cy:k1eHue pe3ybTATOB
Taknm 06p330M, KakK CJICAYCT U3 SKCIICPUMCHTAJIbHBIX JAHHBIX, BEJIMUWHA [TAPpUHUAJIBHOI'O JaBJICHUA
BOJSIHOTO 11apa ( By, ) B PEAKLMOHHON 30HE MPH TePMOOOPAOOTKE IMAPOKCHIA LMHKA B 3aMKHYTOM

00BbeMe OKa3bIBACT CYIICCTBCHHOC BJIMSIHNC HA I[PICHGpCHBIﬁ COCTaB U Fa6I/ITy0 KpHUCTAJLJIOB Zn0O. Pacue-
ThI ITOKA3bIBAKOT, YTO 0e3 ,[[OGaBJ'IeHI/IH BOJbI B pCAKIIMOHHYIO 30HY BCIIMYHUHA PHZO B pa6oqu o0BeMe
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aBTOKJaBa MoxeT pocturath 20—30 MIla 3a cyer copOupoBaHHON BOABI U BOABI 0Opa3yIOLIEHCs B pe-
3yNnbTaTe peakUU ACTUAPOKCUINPOBAHUS THAPOKCUIA [IMHKA!
Zn(OH),—Zn0O + H,01.
[Ipu noGaBneHMN AUCTUIUIMPOBAHHOM BOABI BETMUMHA By,0 B PCAKIMOHHOH 30HE BO3PAacTaeT 10

150-200 Mlla, uTo BenmeT K HaJbHEHIIEMy MOBBILIEHUIO PACTBOPHUMOCTH TBEpAOH (pas3bl, MHULIUHUPYS
MIpOLIECC MEPEKPUCTAIITU3AINH, KOTOPBIN 3aKII0YaeTCsl B PACTBOPEHUHM MENKHX KPHCTAJUINKOB, HEYC-
TOMUYMBBIX B JTAHHBIX TEPMOJWHAMHUYECKUX YCIOBHUSAX, U pocTe Oojee KPYIHBIX, CTEpPKHEOOPa3HBIX
KpPHUCTAJIJIOB OKCHJIA IIMHKA, O0Jiee yCTOWYMBBIX NIPU JAaHHOW TeMmIeparype U aaBieHur. GopMupoBaHue
PaBHOBECHOU (DOPMBI KPHUCTAJUIOB MOJTBEPIKIACTCS TaK KE U HATUMYHEM OTPaHKH y CTEPIKHEOOPa3HBIX
KkpucTajuioB ZnO, HaOII0AaeMOM ¢ TIOMOIIBIO AIEKTPOHHON MUKPOCKOITHH.

Hannune cnenoB npumecHoii hasel B oOpasie 1 00ycnoBieHo, HO-BUIUMOMY, TEM, YTO B YCIIOBHIX
HEIOCTATOYHOIO0 KOJMWYECTBAa MapoB BOIBI M Oojiee HU3KOTO 3HAYCHHS By,0 TIPOMCXOIHUT HENOJHOE

pacTBopeHHe THAPOKCHIa LIMHKA (3a cueT OoJiee KPYIHBIX YacTHII), TOrJa KaK MPH MOBHIIICHHOM 3Haye-
HUH By o B o0pa3iie 2 pacTBOpeHUe UCXOIHON (a3bl MPOUCXOIUT MOTHOCTHIO.

DopMupoBaHHEM AHH30TPOIHOM, CTEPKHEOOPa3HOH (OPMBI KPUCTAJUIOB NPU MOBHIILIEHHOM Hap-
LMAIBHOM JIaBJICHUH TTApOB BOJIBI U OOBSCHIETCS NepepacnpeielieHne OTHOCUTEIbHBIX MHTEHCUBHOCTEN
T(paKIHOHHBIX MAKCHMYMOB Ha PEHTreHOrpaMMax o0pa3LioB MPU HEU3MEHHBIX MapaMeTpax 3JeMeH-
TapHON KPHUCTAININYECKON A4eiKU. /151 OKOHYaTENbHOrO BBISICHEHUSI MEXaHU3Ma pOCTa aHU30TPOITHBIX
KPHCTAUIOB OKCHJIA LIMHKA NPH MOBBIMICHHOM Py o IUIAHAPYETCS MPOBECHHE JAIbHEHIIMX HCCIe0-

BaHUH.

3axino4yenue

OKCIIEpUMEHTAIBHO YCTAaHOBJICHO, YTO YBEIWYCHUE MAPLUAIBHOIO JABJICHUS MapoB BOABI NPH
TepMO0oOpaboTKe THIAPOKCHIA [TUHKA B 3aMKHYTOM 00beMe rpu 450 °C, myTeM npeaBapUTEIbHOTO J0-
0aBleHUS B PEAKLIMOHHYIO 30HY IUCTHUTUPOBAHHON BOJBI CIIOCOOCTBYET (POPMUPOBAHUIO CTEPKHEOO-
pasHbIX MHUKPOKPHUCTAJUIOB OKcuaa IuHKa. IIpu tepmooOpadotke Zn(OH), B 3amMKHyTOM 0OBeMe 0Oe3
noOaBleHHsT BOABI 00pasyercss HaHOKpUcTammnuecknid ZnO 0e3 MpU3HAKOB aHWU30TPONUH (POPMBI Ha-
HOKPHCTAJIIOB.

Paboma evinonnena 6 pavkax zocyoapcmeennozo sadanus Munucmepcmea obpazo8anus u HayKu
P® no npoexmy Ne 3.8007.2013 «HuzkomemnepamypHulil CUHmMeE3 MUKPO- U HAHOOUCNEPCHBIX CUCEM
HA OCHOB8E OKCUOHBIX COCOUHEHUL antomMunus, yuuxkay u epauma @I'BOY BIIO YITIY 2013 2., npoexm
No VI-165 /13/A.
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SYNTHESIS OF ZnO NANO- AND MICROCRYSTALS
BY RECRYSTALLIZATION IN ENCLOSED VOLUME

A.V. Tolchev, Chelyabinsk State Pedagogical University, Russian Federation, tolchev@is74.ru
T.U. Permyakova, Chelyabinsk State Pedagogical University, Russian Federation,
Permiakovat@mail.ru

X-ray analysis and electron microscopy have been used for investigation of the
influence of water vapor pressure on the particulate composition and habitus of ZnO
crystals, formed during thermal treatment of Zn(OH), in enclosed volume at 450 °C. It
has been observed that increasing water partial pressure during thermal treatment of
zinc hydroxide in enclosed volume, through distilled water additions, promotes the
formation of rod microcrystals of zinc oxide. Meanwhile during Zn(OH), thermal
treatment in enclosed volume without water additions, nanocrystal zinc oxide without
shape anisotropy has been formed.

Keywords: zinc hydroxide, zinc oxide, rod microcrystal, partial pressure of water
vapor, crystal dissolution.
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