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Annotation. In the course of the work the influence of temperature on the morphology and phase
transformation of Zrw,0,(OH, ClI),-2H,0 and ZrW,0g was studied. X-ray diffraction study of the phase
composition was performed. The precursor ZrW,0,(OH, Cl),-2H,0 was decomposed to X-ray amorphous
state above 200 ° C with the subsequent formation and growth of crystals Zrw,Og up to 600 °C. Above 800 °
C zirconium tungstate was decomposed into ZrO, and WO3.

Beenenne. BonbdpamaT HUpKOHUS BBI3bIBAET OOJBIION HAYYHBIN U TEXHUYECKUN
uHTEpec Omaronapsi CBOEMY YHHUKaJIbHOMY TEIUIOBOMY IOBEJICHHIO, a MMEHHO
OTPULIATEILHOMY KOX(UIMEHTY TEPMHUECKOro pacumpeHus (o = -9.6:10° ch,
KOTOPBIii coxpansercs ot oueHb Hu3kux (-273 °C) no Beicokux (770 °C) remmeparyp.

[TepcnieKTUBHBIMH SIBIISIIOTCS. METOJIbI MOJyYeHHsI Bosb(pamara HUPKOHHS IPH
0osee Hu3kux temmneparypax (mo 700°C), roe ZrW,0g xuneTndeckn cradbmieH. OnuH U3
TaKUX METOJIOB SBISIETCA - TMAPOTEpPMalbHbIM cuHTe3, korna monyuenue Zr\WyOg ocy-
LIECTBIISETCS MOCPEACTBAM OTHOCHTEIBHO HHU3KOTEMIIEPAaTypHOTO Pa3sIOKEHHUs INPEKyp-
copa ZrW,07(OH, Cl),:(H20),. HecMoTpst Ha 3HAYUTENbHBIA HHTEPEC CO CTOPOHBI HCCIIe-
JloBaTesei, Ha CerOAHSIIHUN JIEHb OCTaeTCs OTKPBHITHIM BOIPOC O (ha30BbIX MpEBpalCHU-
X U MU3MEHEHUH MOp(OJIOTMH B MpOIecce HarpeBa, CONMPOBOXKIAIOIIEE MpEeBpalleHue
npeKypcopa B BosibppamaT uupkoHus. Llenbro paboThl SIBISIIOCH U3YUYEHUE BIUSHUS TEM-
nepaTypsl Ha MOPQOJIOTHIO YacTHUI MOPOIIKA BoJIb(ppaMaTa IUPKOHUS, CHHTE3UPOBAHHO-
ro THIPOTEPMAJIbHBIM CHHTE30M.

Marepuanbl M MeTOAUKH. B kauecTBe MCXOAHBIX KOMIIOHEHTOB JUIS MTOJTyYSHHS
npekypcopa ZrW,07(OH),:2H,0  BeicTynmamu Boaubie pactBopel  Na;WO,-2H,0,
ZrOCly-8H,0 u HCI. T'maporepmanpHas peakiys MeX1y KOMIIOHEHTaMH MPOTEKaia MpH
temmeparype 160 °C B Teuenue 36 dacoB [3,4]. BeimepkaHHBIN MOTyYEeHHBINH TPOIYKT
MHOTOKPATHO NMPOMBIBAJIN JUCTUTUPOBAHHON BOIOM, (GUIBTPOBAIN U CYIIMIIN MIPU TEM-
nepatype 110 C.

HccnenoBanust CTpyKTYphI MOTYYEHHBIX MTOPOIIKOB 3aKII0YAINCH B UCCIIEOBAHUT
($ha30BOTO COCTaBa M KPUCTAILTMUECKON CTPYKTYPHI.
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Cexknus 1. [Tpo6GiemMbl MPOYHOCTH, TUIACTUYHOCTH M YCTATOCTHOMN JOJITOBEUYHOCTH
COBPCMCHHBIX KOHCTPYKIIMOHHBIX MaTCpHUaJIOB

Jns onpenenenus MOpPQOIOTUU U CTPYKTYPbl CHHTE3UPOBAHHBIX MOPOIIKOB HC-
MOJIb30BaNIM ANMEKTpoHHBIH Mukpockon JEM JEOL — 2010 B pexxume mpocBeduBaromei
anexkTpoHHOU Mukpockonuu (II9M). M3mepenne cpenHero pa3Mepa 4acTHIl OCYIIECTBIISA-
JIOCh METOJIOM CIY4YalHBIX ceKymux. /i u3ydenus u3MeHeHust MopQpoJIOruy YacTHUIl Mo-
pOIIIKa B MpOIECCe HArpeBa, CHHTE3UPOBAHHBIN MOPOIIOK MPEKypcopa OTKHUTald B TEM-
nepatypaom nuanazone 25 — 800 °C ¢ marom 100 °C ¢ BbiaepkKoi 15 MUHYT.

MetonoM AuQpakiuu PEeHTIeHOBCKUX JIydeld MPOM3BOAMIN HccelnoBaHus (a3o-
BOTO COCTaBa M MapaMeTPOB KPUCTAJUTUYECKOM CTPYKTYpbl. BbicokoTemmeparypHbie in
SitU peHTreHOBCKHE MCCIIe0BaHMs MPOBOAMINCH Ha qudpakTomerpe Bruker D8 ¢ ¢uiib-
TpoBaHHbIM CuKa n3nydyeHuneM. CkaHMpOBaHHE MPOBOJIMIOCH IO TOYKaM B JUANa3OHE
yrioB 20=10 — 70° ¢ marom 0.02° u skcro3unuei 3 ¢. B Kakaou Touke. [ ChbEMKM ITpu
BBICOKHMX TEMIIEpaTypax HUCIoyib3oBajach kamepa Anton Paar HTK16.

Pe3yabTaTsl U 06cy:x1eHue. 1300pakeHUs] HOPOIIKOB, MOJYYEHHBIX C TOMOILBIO
IIPOCBEYMBAIOLIEH 3JIEKTPOHHON MUKPOCKONMH, OTOXOKEHHBIX MPU Pa3IMYHBbIX TeMIepa-
Typax, npuBeJeHbl Ha pucyHke 1. Ilopomok npekypcopa cocTosa U3 4acTUll JBYX BUIOB:
arJoMeparhl, MPeICTaBISAIOLIME COOOW CpPOCIIUECS BBITSIHYThIE YacTHL], CPEAHMI molie-
peuHsblii pasmep 60 HM, U OJAMHOYHBIEC BBITAHYTbIE, CPEIHUI MONEPEUHbI pa3Mep paBeH
0.2 mkM, 1| (a). CpenHuil nonepevHblil pa3mMep arjioMepaToB cocTaBisul 2 MKM. [IpoBeneH-
HBIN 3JIEMEHTHBIM aHaJIM3 MOKa3ajl HaJIMYMe aTOMOB LIMPKOHUS, BOJIb(ppamMa, XJIopa U KUC-
J0pOJia B MOPOLIKE.

[ToBblIeHME TemmepaTypbl NPUBEIO K H3MEHEHHIO MOP(OJIOTUM IOPOIIKOB.
CpenHuii monepeyHbli pa3Mep OJMHOYHBIX BBITSHYTBHIX YAaCTHUL OPOILIKA, OTOAOKEHHOTO
nipu 400 °C, ymenbwancs 1o 0.1 MKM, a OTaeIbHBIE arjioMepaThl HAUMHAIHN Pa3pbIXJIATh-
cst, pucyHok 1 (6). Kpucramisl coxpansuin Gopmy gacTull MpeKypcopa, MpH 3TOM CTaHO-
BIJIMCH HEMIPO3pauHbIMHU, PACCEHBAIOIIUMH U3IyUEHUE, YTO, BEPOSITHO, MOXKET ObITH 00Yy-
CJIOBJIEHO ¢ (POpMUPOBAHUEM aMOP(HBIX Tejl. Pe3ysbTarhl 2IeMEHTHOrO aHalINu3a MoKasa-
U OTCYTCTBME aTOMOB Xjopa B mHopomke. OUeBUIHO, YBEIMUEHUE TEMIIEpaTyphl 10
400 °C uHUIMHPYET BBIXOJ aTOMOB XJIOPa U3 CTPYKTYpPhI MaTepHaa.

[Topomok, otoxxkenusli npu 600 °C, npeacraBiieH B BUJE €IUHUYHBIX U CPOC-
IIMXCS BBITSIHYTBIX YacCTHI], KOTOPbIE UMENH, CBOIO COOCTBEHHYIO OJIOUHYIO CTPYKTYpY,
cpeaHuit pazmep Kotopsix He mpesbiman 100 uM, pucyHok 1 (B). CpenHuil npo1oabHbIN
pa3Mep vactul coctaBuia 1.3 Mkm. Ha n3oOpaskeHuun nopoika Ha0Ir01aauch Npo3pavHble
KPHUCTaJIBl, CBUJETEIbCTBYIOIINE O (POPMUPOBAHUU OAHOGa3HBIX Tell. [TomyueHHble KpH-
CTaJUIbl UMEJH aHAJIOTUYHYIO (OPMY KPHUCTANIOB UCXOJHOIO MOpOoLIKa mpekypcopa. Oue-
BUIHO, 0Opa3oBaHHBIE KpUCTAUIBI oOOJazanu M30MOpYU3MOM C  KpUCTaJUIaMU
ZFW207(OH)2‘2H20.

ITpoBeneHHBIN 2IEMEHTHBIN aHAIN3 [10Ka3all, YTO B MaTEpUaAJIE IPUCYTCTBYIO Clle-
ayromque smementel: 0=59.85, Cl = 0, W=27.09, Zr =13.06 at.%. CooTHOIIIEHHE aTOMOB
LUPKOHUS U Boibppama coctaBuio Zri:\W=1:2.07, 4ro cOOTBETCTBYET CTEXUOMETPUH KY-
Oudeckoro Bosb(pamara upkonus, Zr\W=1:2 [6,7]. BepostHo, dpopMupoBaHue BOJb-
¢dpamaTa nupkonus npoucxoaut mpu 600 °C.
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Pucynok 1 —M306paxenus nopomkos npu a) 25 °C, 6) 400 °C, B) 600 °C, ¢) 800°C, nmomy-
YEHHBIE C TOMOIIBIO MPOCBEYHMBAONIEN JIEKTPOHHOU MUKPOCKOIIHH

[Tosbinenne Temneparypsl Boie 700 °C mpHBENO K Pa3phIXJIEHHIO C TOCIENYIO-
MM pa3pyIICHUEM BBITSHYTBIX YaCTHUI[ HA KPYITHbIC YacTHUIlbl (<U> =~ 1 MKM) M BBICOKO-
JTUCTIepCHBIN MOpoIIoK. CormacHO MpOBEISHHOMY 3JIEMEHTHOMY aHajiu3y, YacTHIIBI CO-
CTOSUTM M3 aTOMOB KHCJIOpOJa W BOJIb(PpaMa, BHICOKOAMCIICPCHBIN MOPOIIOK M3 aTOMOB
IUPKOHMS U KHcIopoaa. M3BecTHO, yTO BOib(ppaMaT MUPKOHUS pachajaeTcs Ha COCTaB-
asronue okeuasl ZrO; u WO3 Beimie 770 °C [1, 2]. TTony4yeHHbie n300pakeHus U JaHHbIE
AJIEMEHTHOTO aHaN3a MOITBEPKIAIOT JIUTEPATYPHbBIE TaHHEIE.

Ha pucynke 2 moka3zaHa 3aBHCHMOCTH CPEIHETO pa3Mepa YacTHIl MpeKypcopa
ZrW,07(0OH,Cl)2-:2H,0, mony4eHHOTO THIPOTePMAbHBIM CHHTE30M, OT TEMIIEPaTypHhI.
Buano, uto npu noseimernu Temmnepatrypsl ot 200 1o 400 °C Habmrogaiocs yMeHbIIEHNE
CpeIHUX MPOJOIBLHOTO U TIOTIEPEYHOTO Pa3MEPOB BBITAHYTHIX YacTHIl. COTJIacHO pe3yiib-
TaTaM U3MEPCHHH, CPSTHHUIA pa3Mep B MOMIEPEYHOM HAIIPABIICHUU OCTABAJICS HEU3MEHHBIM
¢ poctoM Temreparypsl omkura (<d> = 0.2 mkm), ogHako B nquanazone ot 300 go 400 °C
HaOmoanock HezHauntenbHOe yMmeHblieHHe no0 0.1 mxMm. Cpemnuii pasmep yacTHIl B
MIPOJIOJILHOM HAIPABJICHHH YMEHBIIAICS C 2 0 | MKM C TIOBBIIIICHHEM TEMITEPaTyphl OT
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Cexknus 1. [Tpo6GiemMbl MPOYHOCTH, TUIACTUYHOCTH M YCTATOCTHOMN JOJITOBEUYHOCTH
COBPCMCHHBIX KOHCTPYKIIMOHHBIX MaTCpHUaJIOB

25 nmo 300 °C. JanpHelimui poct Temneparypsl Boie 400 °C cnocoOCTBOBaI HE3HAUH-
TEJILHOMY YBEIUYCHHIO MTPOI0JIBHOTO pa3mepa 10 1.3 MKkM (pUCYHOK 2).

2 ¢ 8000 — ¢ ZrW,0, WO,
* Zr'Wp07(OH,ClI)2(H20)
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Pucynok 2 — 3aBucuMocTh u3MeHeHUs PucyHok 3 - PentrenorpamMmsl
pasmepoB yactun ZI'W,Og ot Temnepary- ZrW,07(OH),-2H,0, nony4yentsie npu a) 25

pHI °C, 6) 400 °C, B) 600 °C, c) 800°C

BricokoTeMIiepaTypHble peHTTCHOBCKHUE IN SitU Mccite[0BaHus MPOBOJAMIKCH C I1e-
TBI0 U3YYCHHSI CTPYKTYPHO-(Da30BBIX MpeBpalleHUi, TPOTEKAIONINE TIPU HarPEeBaHUU Tpe-
kypcopa ot 25 go 800 °C ¢ marom 100 °C. ITony4eHHbIe pe3yabTaThl MOKA3aHbI HA PH-
cynke 3. Ha peHTreHorpaMmax, COOTBETCTBYIOIIMX HarpeBy or 25 10 200 °C, perucrpu-
posamuch muku Zr'W,0;(OH, Cl),-2H,0. Yeenuuenue temneparypsl 10 500 °C uHUIMU-
pOBaJIO Mepexo]] MaTepuaia U3 KPUCTAUNIMYECKOTO COCTOSIHUS B peHTrenoamopdHoe. Ha
pEHTreHOrpaMMe, COOTBETCTBYIOIEH HarpeBy o 600 °C, GuKcupoBaiuch pedIeKchl,
MpUHAIJIeKale Kyondecko Mmoaudukanun Boiabhpamara nupkoHus. JlampHeiiee mo-
BolIeHre TeMreparypsl Boime 700 °C IpHBENO K MOSBIEHHMIO MUKOB, IPHHAIIEKAIIUX
ZrO; u WOg;, uro cBunerenbctByeT o pacnage Zr\W,Og Ha OuHapHble okcunbl. ITuku
ZrW;,0g He peructpuposaiuce yxe npu 800 °C [4, 5].

3akmouenue. B xoze BbIMoNHEHUsT pabOThl YCTAHOBJIEHO BIUSHHUE TEMIIEPATYPHI
Ha MOP(OJIOTHIO M CTPYKTYPHO — (ha30Bble MpeBpallleHus, MPOUCXOAIINE B Ipoliecce
CHHTE32a BOJb(paMaTa LUPKOHUSI.

YcTaHOBIIEHO, YTO MOPOIIOK MPEKYpCOpa COCTOSA U3 YACTHIL JIBYX BHJIOB: arjiome-
patbl, MPEICTaBIIAIONIEe COOOM CPOCIIMECS BBITSHYTHIE YACTHL, CPEIHMN IMOMEpPEUHBIN
pasmep 60 HM, ¥ OIMHOYHBIEC BBITAHYTBIEC, CPEIHUI MONEpeUHbId pazMep paBeH 0.2 MKM.
[ToBblieHue TeMmepaTypbl MPUBEIO K M3MEHEHUI0 MOPQOJIOruH Mopomkos. [lopormox
BOJIb(ppaMaTa HUPKOHMS COCTOSUT U3 BBITSIHYTBIX CPOCIIMXCS W M30JUPOBAHHBIX YaCTHII,
UMEIoIUX OJIOUHYI0 CTPYKTYpY. [lokazaHo, 4To KpHUCTaJUIbI BOJb(ppamaTa UPKOHHUS 00-
naaoT u3oMophu3MoM ¢ Kpructaiamu npekypcopa ZrW,07(OH, Cl),(H,0),.
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OrmpenenieHo, uto Bosb(ppamar rupkonust popmupyercs mpu 600 °C. ITosblnieHre
temmeparypbl 10 700 °C npuBOIMT K HAYaly pachaja Bojbppamara IIMPKOHUS HA COCTAB-
asronnue okcuabl ZrO; u WO3, kotopoe 3akanuunsaercs mpu 800 °C.

Ilpoexm evinonnen 6 pamxax cozrauwtenuss ¢ Murnobpuayku 14.575.21.0040
(RFMEFI57514X0040).
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Abstract. A new method for the synthesis of nitrides of group I11-VI1, it is now important because the
data nitrides, and nitrides of other metals commonly used in industry. To perform qualitative and quantita-
tive phase analysis using X-ray analysis (DRON-M3) .In combustion products NP Al mixes samples of tanta-
lum oxide Ta,Os following compounds were discovered, Ta,N, AlTaO,, Al,Os. The purpose of this study was
to find the composition of aluminum nanopowder mixtures with tantalum oxide (Ta,Os), which when burned
in air output corresponding nitrides was maximal.
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