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MeTonom BbICOKOTEMITEPATYPHOU peHTreHorpaduu nmpoBeaeHbl UCCIEA0BaHUSI HAHO- U MUKPOKpPHUCTAII-
Jmyeckoro ZrB, B remneparypHom untepBaiie 300—1400 K. OnpeneneHsl TeMnepaTypHble 3aBUCUMOCTH
MapaMeTPOB JIEMEHTAPHON SIYE€iKM HAaHO- U MUKPOKpUCTa/Inueckoro ZrB,. Ilokazano, uro koaddbuun-
eHT terutoBoro pacuimpeHus (KTP) ZrB, nuHeitHo 3aBUCHT OT TeMriepaTyphl. YCTaHOBIEHA AHU30TPOIUS
KTP: B remniepatyprHom unTepBasie 300—600 K kak mist MUKpoO-, Tak 1 IJ11 HAaHOKpUcTaummyeckoro ZrB,
Ha6monaercst anuzorponust KTP: o, < a.. [Ipu 7> 640 K KTP B1osbs ocu @ ctaHOBUTCS BbIILIE, YeM BIOTb
ocu c. OGHapyKEHO, YTO TEIJIOBOE PACILIMPEHNE HAHOKPUCTAJUIMYECKOTO Z1B; CyllleCTBEHHO HUXE, YeEM Y
MUKpOKpUcTainueckoro ZrB,. IlpemioxeHna runoresa 111 00bsicHeHUs aHOMaibHO HU3Kkoro KTP HaHo-
KpUCTAJUIMYECKOTO ZrB,, OCHOBaHHasl Ha BJAWSIHUU CJI0s1 OOPHOTO aHTMAPUIA, IPUCYTCTBYIOLLETO Ha MO-
BEPXHOCTH HAHOYACTHII.
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BBEAJEHHWE

Aunbopun upkoHust ZrB, oTHocuTcs K kiaccy 6ec-
KHMCJIOPOIHBIX YJIbTPaBBICOKOTEMIIEPATypPHBIX Kepa-
MUWYECKUX MaTepuajioB. Bricokasi TemriepaTypa IijiaB-
JIEHWSI U TETUIOIIPOBOAHOCTD, YCTOMUYMBOCTD K OKHCIIC-
HUIO B XWIKWX U Ta30BBIX Cpeaax oOyClIaBINBaIOT €ro
MIPUMEHEHUE B KAUeCTBE KOHCTPYKIIMOHHOTO MaTepy-
ajia 11 3JIEMEHTOB TEIUIOBOM 3allIUThI a3POKOCMMUYEC-
CKOI TexHUKM [1—4]. bmaromapst BEICOKOI 2JIEKTpPO-
MPOBOIHOCTU, MaJIbIM Pa3IUYUSIM ITapaMeTPOB siYeii-
K1 1 KoadpuimeHTa TeruioBoro pacuperus (KTP)
MpU U3MEHEHUU TeMrepaTypbl ZrB, sBisgercsa nep-
CIIEKTUBHBIM MaTepUaIoM MOMIOXKKU IJIsl TOJTYIIPO-
BOIHHUKOBBIX YCcTpoiicTB Ha ocHOoBe GaN [5, 6]. [Tpu-
MeHeHue ZrB, B KayecTBe BBICOKOTEMIIEPATYPHOTO
Matepuana TpebyeT MHGOpPMAIIMM O €ro TepMude-
CKHMX CBOMCTBAX, aHU30TPOITMU U TeMIIepaTypHOIi 3a-
pucuMoct KTP. Uccnenosanust KTP ZrB, Bemyrcs
yxe 6osiee 60 jeT 1 MO3BOJIMIN HAKONUTH OOIbIION
SKCIEPUMEHTAIBbHBIN MaTepuan [6—15].

B niepBoii padote A.M. benukosa [7], BBIIIOJIHEH-
HOM B 1959 1. METOOOM PEHTI€HOBCKOI1 MUppaKIInul
(XRD) B temmnieparypHoM umnHTepBasnie 300—1070 K,

onuta ycranosneHa anusorporust KTP. F.G. Keihn
[8] Takke oOHapyxwuia aHuzoTporHocth KTP, npu-
yeM TeMIlepaTypHbIii WHTEepBaJ MCCeNOBaHUil ObLI
cymecTBeHHO pacmupeH 1o 2073 K. Aunaromerpude-
ckue usmepenusi KTP ZrB,, nposenenHsie I'.B. Cam-
coHoBbIM [9] B uHTepBasie 300—2500 K, mokaszanu, 4to
peaunHa KTP cocrabnsger o0 = 6.2 X 10-° K~!. Ananus
U3MEHeHUs mapaMmeTpoB pelieTku ZrB, npu Harpese
B uHTepBasie 300—1500 K, nmpoBenenusiii B. Lonn-
berg [10], mpuBesn B aBTOpa K BEIBOAY O TMHEUHOM 3a-
BucuMoct KTP ot Temneparypbl. DT pe3ybTaThl
MOATBEPAMJIO MocenHee McciaegoBanmne W. Paxton
[15], BBITOTHEHHOE METONOM 3HEPTrOAUCIIEPCUOH-
HoM peHTreHoBcKo# nudpakumy (EDXRD) Ha my4-
K€ CUHXPOTPOHHOTO U3JIyYEHUS B UHTEpBAJIE TEMIIe-
patyp 300—1100 K. M3BecTHBIE TUTEpaTypHbIE TaH-
Hble 1o KTP ZrB, 06006111eHbI B TabJ1. 1.

AHan3 BBIIIOJIHEHHBIX MCCIIEIOBAHUI ITOKa3bl-
BaeT, 4To cBeneHust o BennurnHax KTP ZrB, ucuep-
MBIBAIOTCSl MAaHHBIMU JUISI TOIUKPUCTALIMUECKUX
00BEKTOB ¢ pa3MepoM 3epHa 0.5—7 MKM U MOHOKPHU -
ctauioB. B To xe Bpems maHHbie 0 KTP HaHOKpM-
crasmmyeckoro ZrB, orcyrctBytor. Ucnonb3oBaHue
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Tadmuua 1. KTP ZrB, no niuteparypHbIiM 1aHHBIM

o, 1076 K1 T,K Merton ucciienoBaHus WcTouHuk
o, =6.63 300—1070 | XRD (mmonukpucrtamt) [7]
o, =7.35
o, =6.60 300—1023 | XRD (mopoiok, d = 7 MKM) [8]
o, =6.78 1027—-2073
o, = 8.62
o, =7.65
6.2 300—2500 |dmratometp (IMOJUKPUCTAILI, TOPUCTOCTL 8%) | [9]
0, =4.397 X 107°+ 4.494 x 107°T 300—1500 |XRD (monmkpucTawLI) [10]
a,(300) = 5.75; 0,(1100) = 9.34
0, =4.682 x 1070+ 4.190 x 107°T
a,(300) = 5.94; 0,(1100) = 9.29
5.9 300—673 JdunatomeTp (MOHOKPUCTAILT) [6]
o, =6.66 300—1073 | dunatomMeTp (MOHOKPUCTAILT) [11]
o, =693
7.45 300—1100 |Pacuer DFT [12]
6.8 300—1300 | JwmatoMeTp (ITOJIMKPUCTAILI) [13]
8.4 1300—1675
o, =6.95 300—1073 | XRD (mopoiuok, d = 0.5—3 MKkM) [14]
o, =737
0,(T) =2.651 x 107°+5.109 x 107°T 300—1100 | EDXRD (mopouox, d < 6 MKM) [15]
0,(300) = 4.18; 0,(1100) = 8.27
0,(T) =3.278 X 107° + 4.304 x 10°°T
0,.(300) = 4.57; 0.(1100) = 8.01

IIpumeuanmue. 0., 1 O, — KO3OPUUIUEHTBI TEPMUYECKOTO PACHIMPEHUS IO OCSIM a U ¢, d — TACTIEPCHOCTb.

ZrB, B HAHOCTPYKTYPHOM COCTOSTHUM ODOEIIaeT pac-
IIMpeHue O0JaCTU €ro MPUMEHEHUS U UWHULMUPYET
paboThI, HalIpaBJIEHHbIE HAa Pa3padOTKy HOBBIX METO-
JIOB CUHTE3a HAaHOPa3MEPHbIX TYTOILUIaBKUX OOPUIIOB
[16—18]. Ilepexom B HaHOCTPYKTYPHOE COCTOSIHHUE
MPUBOIUT K 3HAYUTEJIbHOMY TTOBBIIIIEHUIO MEXaHUYe-
CKMX CBOMCTB U UBMEHEHUIO TETUIO(U3NIECKUX TTapa-
meTpoB [19—21]. O6G30p paboT IO CHHTE3Yy, CBOM-
CTBaM Y CTaOWJIbHOCTU HAHOCTPYKTYpHbIX TiB,, ZrB,
u HfB,, npoBeneHHsbIit B [19], mokaszan orpaHuYeH-
HOCTh CBeJeHUl O TermohU3NIECKUX CBOMCTBaX
3TUX COCIUHEHUN.

Lenpro HacTosIIEH pabOTHI ABJISIETCS OITpeaee-
HHUE TeMIIepaTypHOI 3aBUCHMOCTH W aHU30TPOINUU
KTP nHanokpucramummyeckoro ZrB, MeToqoM BBICO-
KoTeMITepaTypHOI peHTreHorpadmn.

OKCITEPUMEHTAJIbHAA YACTb

HanopasmepHbiit nuoopua nupkKoHus ZrB, Obn
nosydeH B3aumogeicrsuem ZrCl, c NaBH, B MoJb-
Ne 3
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HoM cooTHomeHuu 1 : 10 mpu Temmneparype 848 K u
JaBiaeHUM aproHa 4 MIla [16]. DaeKTpOHHO-MUKPO-
CKOMUYECKUE MCCIeOBaHWS TOpOIlKa MPOBOIUIN
Ha CKaHUPYIOIIEM aBTOOMHUCCUOHHOM 3JIEKTPOHHOM
MUKpockomne Zeiss Supra 25 ¢ 3HepromucrepCruoH-
Hoit mpuctaBkoii INCA. M3o00paxkeHus1 Ioaydaau
MPY HU3KUX YCKOPSTIOIIUX HATIPSDKEHUSIX DJIEKTPOH-
Horo nydka (~4 kB). M3o6paxxeHus1 mopourkooodpas-
HbIX 00pa31oB ZrB, oOpabaTeiBajiuCh B MporpaMme
Image Pro Express 4.0. Mukpodororpadumn 4acTuil
nopoiuka ZrB, npencrasieHsl Ha puc. 1. CpenHuit
nuameTp yactul ZrB, coctaBun 15 HM. BeineneHHbIi
U3 peaKIIMOHHOI cMecu TUOOpUI LIUPKOHUSI, 1O pe-
3yJibTaTaM XUMUYECKOTO U 3HEProAvCIIepCUOHHOIO
aHaNIU30B, uMeeT coctaB ZrB, 4,0, s. 1o naHHBIM
PEHTTeHOBCKO (DOTO3JIEKTPOHHOI CITIEKTPOCKOITUH,
B CIIEKTpax Hapsay ¢ JuHusiMmu ZrB, npucyrcTBytor
JIMHWM, yKa3blBalollllie Ha TMPUCYTCTBUE B MOBEPX-
HOCTHBIX CJIOSIX HaHoyacTull ZrB, okcunoB LUpPKO-
HUs 1 60pa [16]. CrnemoB XJI0pUI-UOHOB, BOAOpOAa U
azora He oOHapyxeHo. Mcxos 13 TaHHbIX XUMWYECKO-
IO Y HEPrOAMCIIEPCUOHHOTO aHAIN3a, a TAKXKE PE3YJIb-
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TaTroB P®DC TMONyYeHHBIIT HAHOKPUCTAJUTMYECKUIA
MOPOIIOK comepkutT 2 Mac. % B,0O; u 1 mac. % ZrO,.
VYaenpHas noBepxXHOCTh mopoluka ZrB, coctaBuia
Sy =70 M?/r. B KauecTBe 3TajioHa Ul CPAaBHEHUS
HCIIOJIb30BAJICSI MUKPOKPUCTAJTIMYSCKUI ITOPOIIOK
Z1B, kBanudukanuuu “4.”, IMCIEPCHOCTbIO 3—5 MKM

¢S, =0.35m/r.

PentrenodazoBriii aHaIM3 UCXOOHBIX TTOPOIIKOB
HaHO- U MUKpOKpUCTajuinyeckoro ZrB, nposonuin
Ha nudpakromerpe IPOH-3 ¢ MoHOXpOMaTOpoM Ha
BTOPMYHOM ITyuKe. Perucrpalinio ciekTpa Beju B pe-
JKMME TIOLIaroBOro CKaHUPOBAHUSI Ha W3Ty4YeHUU
CuK,, B uHTepBasne yrioB 20 = 20°—135° ¢ mrarom
cbeMku 0.02° u skcno3utiueii 4 ¢ B touke. [Tpoduiab-
HbIIi aHAJIU3 PEHTIEHOTPAaMM OCYILIECTBJISIA B MIPO-
rpaMMHOM makete “bypeBecTHUK”. PacueT MeTpuku
SAYEeWKM U MapaMeTPOB TOHKOI CTPYKTYPbl IPOBOAM -
Ju 1o 20 otpaxkeHusiM. THCTpyMeHTaJlbHOE yIlIUpe-
HUE YYUTHIBUIM MO YIIUPEHUIO JUHUI 3TajloHa —
LaB; (SRM 660b). [l pacdyeta cpeaHero pasmepa
KPUCTAJJIUTOB TIPUMEHSIJIA METON BTOPbIX MOMEH-
TOB, peaJu30BaHHBLIE B makeTe “bypeBecTHUK”
Strain&Size. Pa3zmep obiracTeit KorepeHTHOTO pacce-
saHusA coctaBusl 10—12 HM, 4TO KOppeIupyeT ¢ JaH-
HBIMU 3JIEKTPOHHOU MUKPOCKOITUH.

TemneparypHble peHTreHOAU(MPAKIIMOHHBIE WC-
cJiemoBaHUS TpoBomwiIM Ha audpakTomerpe ARL
X’TRA ¢ BbICOKOTEMIIEpATYPHOM NPUCTABKOM
HTK2000 Anton Paar B reomerpuu bperra—bpeHTa-
HO Ha oTpaxeHue. Perucrpainuio peHTreHOrpaMM
OCYIIECTBJISUIN TTOYIIPOBOOHUKOBEIM JE€TEKTOPOM
IlenbThe C HEPreTUYeCKUM pasaeieHueM K, 4 ,- U
Kg-nuHuii. DKcrepuMeHTBI TIPOBOAMIIM Ha TPYOKe ¢
Cu-anonom npu HanpskeHun 40 kB 1 Toke 40 MA.

IMopowiok ZrB, poBHBIM CJIOEM, TOJIIAHON OKO-
Jio 100 MKM, HAHOCUJIY Ha TTOBEPXHOCTD BOJIb(pamMo-
BOM IUTaCTUMHEBI-Harpesareisd. Jlajee ImpoBOIMIN Ba-
KYYMUPOBaHME KaMephl 10 masiaeHus 2 X 1073 Ila.
IIpu makcumanpHOI Temrieparype 1400 K ocraTou-
Hoe JaBJIeHUe B Kamepe cocTasiisuio 8 X 1073 [Ma. nsa
IOCTUPOBKM KamMepbl TPOBOIWIN PETUCTPALIUIO PEHT-
reHOrpaMMEBI IpY KOMHATHOM TeMIIepaType U I10 13-
BECTHOMY YIJIOBOMY IOJOXKEHHUIO AU(MPaKIIMOHHBIX
JIMHUI 1u6opuaa HUPKOHUS KOPPEKTUPOBAIH MOJI0-
XKeHHe 00pa3la OTHOCUTEILHO TOPU30OHTAILHOM OCU
ronuomMeTpa. Pexuym HarpeBa 3amaBajii KOHTPOJLIE-
pom Eurotherm 2604, ucrmosns3oBajgach TepMmorapa
BP5\20, npuBapeHHas1 K HIKHET IIOBEPXHOCTU BOJIb-
dpamoBoro HarpeBates. 111 KaTMOpOBKY TeMIIepa-
Typbl Ha TIOBEPXHOCTU HarpeBaresl MpeaBapuTeIbHO
MPOBOIWIN HAarpeB IOPOIIKa rekcaroHaabHOro BN,
HaHECEHHOTO Ha MoBepxHOCTh Harpesatenas. KTP
HUTpHIa Oopa BAOJb OCU ¢ DJIEMEHTApHON SUYEHKU
o, = 41.2 X 107¢ K~! [22] no3BoJIsIeT OnpeensTh TeM-
nepatypy ¢ norpeurHoctbio 5 K. Ins1 pacuetoB KTP
Z1B, ucnonw3oBasiach TeMneparypa, orpenaesieHHast
no cmemnieHuto tuHum 002 BN,

HEOPTAHUYECKUWUE MATEPHUAJIbI

KOBAJIEB u np.

Puc. 1. DnexrpoHHass MuKpodoTorpadust 4acTull I10-
pomka ZrB,, nonyyenHeix B3ammoneiicreuem ZrCly n
NaBH, npu 848 K.

Perucrpanuio peHTreHorpaMM MPOBOJAMIIN B 1A~
na3oHe temIrepatyp 300—1400 K. CxkopocTb Harpesa
MeXXAy U30TepMudecKuMu ydactkamMu — 100 K/mMuH.
IMocne nocTkeHus: 3agaHHOI TeMmepaTyphl Clea0-
BaJia BBIIEPKKa B TeUeHNE 4 MUH, Jajiee TIPOBOIIIIN Pe-
TUCTPALIMIO PEHTTEHOTPaMMBI B PEXXKMME ITOIIaroBOTO
CKaHWPOBaHUSI B MHTepBaJie yIiioB 20 = 24°—45° ¢ ma-
roM cbeMkH 0.02° 1 BpeMeHeM Habopa 1 ¢ B TouKe.

s pacyeta metpuku siueiiku ZrB, B Temrepa-
TYPHBIX 9KCIIEPUMEHTAX UCTIOIb30BAIN TPU OTPaXKe-
Hus: 001, 100, 101. O6pabOTKyY 3KCcHepUMEHTAILHBIX
JIAaHHBIX OCYLIECTBIsIM MeTonoM Purtsenbaa B mpo-
rpaMMHOM KoMIuIekce “BbypeBecTHUK”. Y TOUHSIIUCH
napaMeTpbl pelIeTKyu Y TEIUIOBbIe MapaMeTphbl aTo-
MoB. [Ins pentreHorpamm ripu 7 > 1070 K takke
YTOYHSIJIU TIapaMeTpbl S4YeiKU MPOAYKTOB OKHUCIE-
Hust ZrB, — TeTparoHajJbHO U MOHOKJIMHHOU (ha3
Zr0O,. PaccunTaHHble B Ipollecce YTOUYHEHUS B3BE-
IIEHHBIH (R,,) 1 podUIbHbIA (R,) pakTOphl HaxO-
narca B untepsane: R, = 8.3-9.6%, R, = 6.5—-7.3%.
Pacuer KTP mpoBomunm B mporpamme TEV 1.01,
MO3BOJISIONIEN OMpeAessaTh TEH30p TEIIOBOrO pac-
LIMPEHUS 10 TU(MPAKITUOHHBIM JaHHBIM [23].

PE3VIIBTATHI 1 OBCYXIEHWE

Ha puc. 2 npencraBiieHbl peHTIeHOTpaMMbl UC-
XOIHBIX TIOPOIIKOB HAHO- U MUKPOKPUCTATTNYECKO-
ro ZrB,. Jubopul LUPKOHUS KPUCTAUIU3YETCS B
reKcaroHaJbHOI CUHTOHUM, TIp. Tp. P6/mmm. I1apa-
METPHI pellleTKU MUKpoKpuctainyeckoro ZrB, co-
OTBETCTBYIOT NaHHBIM 0a3bl (aiiioB MOPOIIKOBOM
mudpakuuu PDF-2 (ta6:. 2). 151 HaHOKpUcTaide-
ckoro ZrB, o0beM 3JIeMEHTapHOU STYEUKM OKa3ajcs
HIXE, YeM Y MUKPOKPUCTALTUYECKOTO COeTUHEHMS 32
CYET CYIIIECTBEHHOIO YMEHbBIIIEHWS TapaMeTpa C.

DpdeKT yMeHbIIEHUSI ITapaMeTpPOB 3JIEMEHTap-
HOM SI4eMKM METAJIJIOB IMPpU CHUXKEHUUM pa3Mepa 4ya-
Ne 3
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Puc. 2. PeHTreHOrpaMMBbl HaHO- U MUKPOKPUCTAJITAYC-
ckoro ZrB, npu 298 K.

CTHULI U3BECTEH U OOBSICHSICTCSI YBEJIMYECHMEM Jlallia-
COBCKOTIO AaBJICHUS IIPY YMEHBIICHUN paguyca 4da-
CTUIBL. DKCepUMeHTAIbHEIC TaHHbIC, TTOJIyYCHHEIS
Ha OCTPOBKOBBIX BAKYYMHBIX KOHIEHCATaX METAJLJIOB
[24], moKa3BIBAIOT, YTO CXaTHE PELISTKU OOpaTHO
NPONOPLUHUOHAIFHO PagNyCy YaCTUIILI. Y MEHbBIICHNE
MEXIUIOCKOCTHBIX PAaCCTOSIHUI TaKKe CBSI3BIBAIOT C
YBEJIMYEHNEM KOHIICHTpallM BAKaHCUI B MaJIbIX Yya-
CTULIaX TI0 CPaBHEHUIO C MAaCCHUBHBIMHU OOpa3liaMU
[25]. B kpuctaymiax Pb u Bi, nMeromux cyuiecTBeH-
HYI0 aHU30TPOIINIO JIMHEITHOTo KO3 PUIIMeHTa cxKa-
THsI, YMEHBIIIEHNE MEXIIOCKOCTHBIX PAaCCTOSIHUIL B
HaHOpPa3MEPHBIX YaCTUIIAX TAKXKE aHM30TPOIHO [24].
ITonydyeHHBIE TaHHBIE 110 YMEHBIICHUIO ITapaMeTpa ¢
B HaHOKpHUCTaJuInueckoM ZrB, KoppeaupyloT ¢ pe-
3yJIbTaTaMM MCCJASOOBAaHMUS BIUSHUS Pa3MEpPHOTO

saddekra Ha MeTpuKy ssaeiiku TiB, [26]. B gacTumax
TiB, pazamepoMm mMeHee 22 HM 00pa3yloTCsl BaKaHCU-
OHHBIE Ae(EeKTHl B METAJUIMYECKOI ITOIpEIIeTKE, YTO
OpU aHU30TPOIIMM CKMMAeMOCTU IeKCaroHaJIbHOI'O
KpHUCTajljla IIPUBOIUT K IIPEUMYIIECTBEHHOMY CXKa-
TUIO TYE€MKU BIOJb OCH C.

Pa3zmep obiacteit KorepeHTHOTO paccessHUsI Ha-
HOKpUCTaJUTMYeCcKoro mnopoiika ZrB,, olleHeHHbIi
no ¢opmyie Illeppepa, coctaBun 10—12 HM.

TemrniepaTypHble 3aBUCUMOCTU MapaMeTpPOB pe-
IETKU a U ¢ MMUKPO- U HAHOKPUCTALINYECKOTO
ZrB, nipencrapieHbl Ha pUc. 3. DKCIIEPUMEHTAIbHbIE
pe3yJIbTaThl MOKA3bIBAIOT, YTO MapaMeTphl STYeiiKN yBe-
JIMYUBAIOTCSI C POCTOM TeMIlepaTypbl HEJIMHEHHO, T.€.
Haomonaetcs 3aBucuMocTb KTP ot Temmepatypsl.

ANIpoKcuManus TeMIIEpaTypHO 3aBUCUMOCTU
rnmapamMeTpoB pelIeTK MUKPOKpUCTainyeckoro ZrB,
MOJVMHOMOM 2-i1 CTeNEHU JaeT CIeAYIOIIEe BhIpa-
KEHUS:

aT)=3.16+1.47x10°T +6.23x10°T?,
o(T)=3.52+1.95x107°T +4.48x10°T~,

o€ a U ¢ — nmapaMeTpbl p€IICTKM B aHICTpEMax.

KospduumeHT merepMuHanuy R’ Ipy ammpox-
CUMaIU1 9KCIEePUMEHTAILHBIX JaHHBIX TOJIMHOMOM
2-i1 crenenu cocrasnger R> = 0.9998 u 0.9987 mia
rapaMeTpoB pPelIeTK! @ U ¢ COOTBETCTBEeHHO. KBas-
paTUYHasl 3aBUCUMOCTD ITapaMEeTPOB STYEHKM OT TEM-
nepaTypbl IPpUBOINT K JIMHeTHOM 3aBucuMoct KTP
OT TeMIiepaTypbl. B3siB Mpou3BoaHYIO0 (DYHKIIMU U3-
MEHEeHMsI ITapaMeTpa SYSHKHM I10 TeMIlepaType U pa3-
JIeanB ee Ha mapaMeTp ssaeiku ripu 7= 0 K, monyamm
TeMIIepaTypHYI0 3aBUCUMOCTh MrHoBeHHoro KTP
JUTSI MUKPOKPUCTAILTAYECKOTO ZrB,:

0o, (T) =4.64x10"° +3.93x107°7,
o, (T) = 5.54x10°° +2.54x10°T.

B Ta6n. 3 npencrasnensl KTP Mukpokpncrammm-
yeckoro ZrB, npu temneparypax 300 u 1100 K B
cpaBHeHUM ¢ AJaHHBIMHU [10, 15], moay4YeHHbIMU Me-
tonamMm XRD. OTHocuTepbHAsI OIIMOKA oIpenese-
Hus KTP cocrasuna 3—4%. [lonydeHHbIe 3HAYESHUS
KTP mukpokpucramimieckoro ZrB, cOOTBETCTBYIOT
JINTepaTyPHBIM TaHHBIM.

Ta6mmua 2. [TapameTpsl 1eMeHTapHOM stueliku ZrB, nmo nanHbsiM XRD

PDF2 card [27]
Oo6pa3err Hanokpucrann Muxkpokpucraan
Ne 000-34-0423 Ne 000-75-1050
a, A 3.169(0) 3.1689(7) 3.16870 3.1700
c, A 3.524(6) 3.5302(5) 3.53002 3.5300
v, A3 30.6(5) 30.70(2) 30.69 30.72
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B remnepatyprom unrepsaie 300—600 K HadJ110-
naerca anuszorponusi KTP: o, < o, (tadn. 3). Ilpu
T =640 K KTP usotrporieH, a mpu MOBBIILIEHUN TEM-
neparyphnl TerjaoBoe pacuupeHue ZrB, Bnosab ocu a
CTAaHOBUTCS BBIIIE, YeM BIOJIb OcH ¢. I3BecTHO, 4TO
aHuzotponust KTP B rekcaroHajabHBIX KpHCTajIax
CBsI3aHA C aHU30TPOITMEI CHUII CBSI3U B HAIIPaBJICHMSIX
oceit perreTkr. B mnbopnaax nmepexogHbIX METAIIOB
co cTpykrypoii tuna AlB, atTombl MeTajta pacnosa-
rajTcsl CJIOSIMU, MapajuleIbHBIMU 0a3MCHOM ILIOC-
KocTu. B cinyuae ZrB, paccrosinue Zr—Zr B IJIOTHO-
YIIAKOBAHHOM 0a3ncHOM ciioe — 3.17 A. Atombl Gopa
pacmojaraoTcst CJIOSIMHA MEXKIY CIOSIMU Z.T, a pacCTO-

sHue B—B B cioe, paBHOe a/«/g, cocrasisier 1.83 A.
Cuna cBsI3U B 0a3aIbHBIX INIOCKOCTSIX OIpEeaeIIsIeTCs
CUJILHOI KOBaJIeHTHOI cBsi3blo B—B B 0OopmmHBIX
cJiosix. 2ZKeCTKOCTb CBSI3U BAOJIb OCH ¢, OIIpeaesisieMast
cBs13b10 Zr—B ¢ paccrosinueM (a?/3 — ¢2/4)12 =254 A,
ciabee, yeM B—B B 6a3aibHOI MIOCKOCTU. DTU pa3-
JIMYMS OPpUBOIAIT K OonbiiemMy 3HaueHuo KTP Bnoab
OCH ¢ KpUCTajla IpU HU3KUX TeMIlepaTypax. M3me-
HEHUE COOTHOILLEHUS Ol,/0, C TOBBILLIEHUEM TeMIIe-
paTyphl CBSI3aHO C Pa3InIHOM TeMIlepaTypHOI 3aBU-
CUMOCTBIO TTapameTpa I'proHaiizepa (y) ost oceid a u
¢, a KTP nponopuunonaneH y. CornacHo [28], napa-
metp ['pronaiizepa ZrB, Y. BHOJIb OCY ¢ yMEHBILIAETCS
B TemnepatypaoM nHTepBaie 300—700 K ¢ 1.5 mo 1.3,
B TO BpeMsl Kak 7, BIOJIb OCU @ YBEJIMYMUBAETCS C PO-
cToM TeMnepatypsl ¢ 1.4 no 1.45.

TemrmeparypHasi 3aBUCUMOCTb ITapaMeTPOB STYEHKU
HaHOKpUCTaJTnyeckoro ZrB, mpuHUMIINaIBHO OTJIM-
yaeTcsd OT MUKpoKpuctaumueckoro ZrB, (puc. 3),
yBEJIMYEHUE METPUKU sTUYeKU HaHO-ZrB, B TeMniepa-
TypHOM uHTepBasie 300—1400 K nporcxoauT B MEHb-
11Ie#1 cTerneHr. ATIPOKCUMALIMS TeMITepaTypHOIi 3aBU-
CUMOCTHU MTApaMETPOB PELIETKU HAHOKPUCTALITNYECKO-
ro ZrB, nonuHoMoMm 2-ii cTeneHu OaeT Cleayloliue
BBIPKEHUS:

a(T) =3.169 —4.37x10°°T +10.98 x10° T2,

o(T)=3.524+0.11x10°°T +8.576 x10°T™.

Ta6auna 3. KTP ZrB,

KOBAJIEB u mp.

a, A
3.194 -

3.190 -
3.186
3.182
3.178
3.174
3.170

3.166 ! ! !
400 600 800

B Mukpokpucraindeckuii ZrB,

[0 Hanokpucramumueckuii ZrB,

1000 1200 1400
T, K

¢, A
3.558 1
3.554 -
3.550
3.546
3.542
3.538
3.534
3.530
3.526

3.522 1 1 1 1 1 1
400 600 800 1000 1200 1400

T, K

@ MuxkpokpucTauinyeckuii ZrB,

O Hanokpucrannnueckuit ZrBy

Puc. 3. TemnepaTypHble 3aBUCUMOCTH I1apaMETPOB pe-
HIETKY HAaHO- U MUKPOKpUCTayuIndeckoro ZrB,.

Omm6Ka B oIpeAeICHUY TTapaMeTPOB ST9eiiKy Ha-
HOKpUcTa/uIMueckoro ZrB, cocraBuma +0.002 A
BCJICICTBYE YIMUPEHUS WM HU3KOM WHTEHCHUBHOCTHU
ero gudpakunoHHbIx auHUii. HecmoTpst Ha 06JIb-
LIyI0 OLIMOKY B OMNpEIeIeHUU MapaMeTpoB STYEUHKU
M0 CPaBHEHUIO ¢ MUKPOKpHUCTAUTMIeCcKNM ZrB,, Ko-
a(pduLMenT neTepMuHaLK R? Ipy annpoKCUMaLum
SKCIIEpUMEHTAIBHBIX JaHHBIX TTOJTMHOMOM 2-# cTe-
neHu coctaBuit R2 = 0.992 u 0.948 s mapamMeTpoB
PEIIIeTKH @ ¥ ¢ COOTBETCTBEHHO. B Tpex akcnepuMeH-
Tax, TPOBEICHHBIX C HAHOKPUCTAIMYECKUM TI10-

o*, 1076 K
o T, K HacTosIas pabora
[10] [15]
MUKpO-Z1B, HaHo-ZrB,
300 5.8 0.7 5.75 4.18
a
¢ 1100 9.0 6.3 9.34 8.27
300 6.3 1.5 5.94 4.57
o
¢ 1100 8.3 5.4 9.29 8.01

* Pacuet npu annpoxkcumauuu ¢dyHkuuii a(7) v ¢(7) nonvmHOMOM 2-ii CTerneHu.
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TEITJNIOBOE PACIIMPEHUE MUKPO- 1 HAHOKPUCTAJUVIMYECKHUX ITOPOIIKOB ZrB,

Ta6umua 4. o*, 1070 K~!

O6pas3eir o, O Olcp
Hanokpucrammnyeckuii ZrB, (4.6 £0.4{4.1+:0.4| 44
Muxkpoxkpuctaumueckuit ZrB, |7.3 £0.2|7.9+0.2 | 7.7

* Pacuer nipu TuHeHoM anmpokcuManuu ¢dyHkuuii a(7) v c(7T).

polukoM ZrB,, ObUIN MOTYyYEHBI CXOKUE PE3YJIbTATHI.
TemneparypHasds 3aBUCUMOCTb MrHoBeHHoOro KTP
JUTS. HAaHOKpUcTajmnyeckoro ZrB, nmeert BU:

0, (T) =—1.36x10"° +6.93x10°T,
0o, (T) =0.03x10"° +4.87x10°T.

OtHocutenpHas ommbka omnpeneiaeHus KTP na-
HOKpucTaummueckoro ZrB, coctaBuiia 8—10%.

B 1a6i1. 4 mpuBenens! 3HaueHUsT KTP, mmomydeHHbBIC
MPU UCTIOJIL30BaHUU JIMHEMHOI alllpOKCUMAalIMU TeM-
MepaTypHOi 3aBUCUMOCTM TapaMeTpoB siueiiku ZrB,,
T.€. B TIPEANOJIOXKEHUHN OTCYTCTBUS TEMIIEPATYPHOIA 3a-
Bucumoctu KTP. Cpennee 3Hauenue KTP mist kpu-
CTaJJIOB Te€KCaroHaJIbHOW CUHTOHUU PacCUUTHIBAIOCH
o opmyiie: o, = (20, + o)/3.

Ha puc. 4 npencrapieHa TeMnepatrypHas 3aBUCH-
mocTbh KTP Mukpo- n HaHokpuctasuimyeckoro ZrB,
M0 HaIllMM DaHHBIM U pe3yabTataM XRD [10, 15].

AHaJI3 MOJyYeHHBIX pe3yJbTaTOB yKa3bIBaeT Ha
CYILIECTBEHHOE OTJIMYME B TEIJIOBOM paclIUpPEeHUU
MUKPO- U HaHOKpUcCTainyeckoro ZrB, (tabu. 3, 4).
KTP nanokpuctamios ZrB, Huxe, 4eM y MUKPOKPU-

a, 1076 K!
11 - 0 .
—a— a [10]
10 —e—c1i0] s
5 all5 o o
9L al15] e %
—o— ¢ [15] /:/ %/9
gL A 0
’Zi/*;B/ <&
7L %‘%‘ 5} v "
*/‘7‘ Q ° <>/ */
=" o e
O
5+ /O/D <>/§,:?/$r
O/D /ﬂ’/
410 /%/ —&— a MuKpo-ZrB,
3L 8/@ —k— ¢ MUKpO-ZrB;
— —— -ZrB
R "o ¢ ano-ZiB,
2F = /<> 2
0 l e 1 1 1 1 1
400 600 800 1000 1200 1400
T, K

Puc. 4. Temneparypabie 3aBucumoctu KTP mukpo- n
HaHOKpHCTalInueckoro ZrB, B cpaBHeHUH ¢ 1UTEpaTyp-
HBIMU JAHHBIMU.
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crasmnyeckoro ZrB, (puc. 4). Takoe cooTHollIeHUE
paHee He HaOI01aJIOCh IIPY COMOCTABJIEHUU TEIIO-
BOTO pacIIMpeHUs] KPUCTALUIOB pa3HOil TUCTIEPCHO-
ctu. BelllecTBa B HAHOKPUCTALIMYECKOM COCTOSIHUM
xapaktepusyloTcss 0émbmiuM 3HadyeHueM KTP 1o
CPaBHEHUIO C KPYIMHOKPUCTATIMYECKUMM aHaJlora-
mu [29—32]. MUccnenoBaHue TETJIOBOTO pacllIMpeHUsI
HaHokpucTtauinueckoro HfB, mokazano, uto ero
KTP BblllIe, YeM Y MUKPOKPUCTATIIINYECKOTO aHAJIO-
ra [29]. KTP naHokpucrtajijioB Kapouaa 6opa pazme-
poM 55 M yBeanuuBaeTcd Ha 10% [30] nmo cpaBHe-
HUIO MUKpOKpucTauiaMu padMepoM 300 HM. ABTOPBI
[30] oObsicusioT M3MeHenue KTP yBeanueHnem mo-
BEPXHOCTHOM 3HEPIrUU KPUCTAJIMUECKON PEeLIETKU
HaHoKpucTaanudyeckoro martepuaina. KTP rueHok
Ni u Cu ¢ pasmepom 3epHa 25—35 HM BHIIIE, YEM Y
KPYITHO3EepHUCTBIX 00bekToB [31]. st cynbpdnoon
CBUHIIA U cepeOpa B HAHOKPUCTAJUIMUECKOM COCTOSI-
Huu (40—50 um) 3HavyeHust KTP taxcke BrhIlie aHamo-
TAYHBIX BEJUYMH ISl KPYIMHOKPUCTAIMYECKUX
00bekToB [32, 33]. UsmeneHue KTP cBsizbiBaeTcs ¢
pOCTOM aHTapMOHHM3Ma aTOMHBIX KOJebaHUll B Ha-
HOKpUCTaJIJIax 3a CYET YBEJIMYEHUS] MOBEPXHOCTEN
pasznena.

SAKJITIOYEHUE

YcTaHOBIEHO, YTO Yy HAHOKPUCTA/UIMYECKOIO
ZrB, 00bEM 3JIEMEHTAPHON SYEHKU HUXE, YeM Y
MMKpPOKpHCTauInyeckoro ZrB, 3a cyer cyniecTBeH-
HOTO YMEHBIIIEHNS NTapaMeTpa c. [IpnunHoil ymMeHb-
LIEHUS NapaMeTpa siYelKU ¢ HAaHOKPUCTAJUIMYECKO-
ro 7ZrB, SBISAIOTCA YBEJIMYEHUE ITOBEPXHOCTHOTO
JABJIEHUSI B HAHOPA3MEPHBIX YacTHLIaX ¥ aHU30TPO-
MU YIIPYTUX CBOMCTB KPUCTAILIA.

MeTtomoM BBICOKOTEMIIEPATypHOII peHTreHOorpa-
¢uu npoBeneHbl MCCAeA0BaHUSI TEILIOBOTO PacCIliy-
peHMs1 HaHO- U MUKpOKpucTauimyeckoro ZrB, B
temriepatypHoMm mHTepBaie 300—1400 K. Merpuka
STYEM KM HAaHO- U MUKPOKpPUCTAILIMYECKOTO ZrB, yBe-
JIMYMBAETCsI C POCTOM TeMIepaTypbl HEJIWHEIHO.
[MonyyeHHBIE TeMIlepaTypHbIE 3aBUCHUMOCTH ITapa-
METPOB 2JIEMEHTAPHOM SAYEW KU anmpOKCUMUPOBAHbI
MOJIMHOMOM 2-ii CTeNeHU, YTO OmpeaesseT JUHeH-
Hyto 3aBucumoctb KTP ZrB, ot temniepatypbl. B nH-
tepBasie 300—600 K kax 11 MUKpO-, TaK U JJid Ha-
HOKpHUcTa/uimieckoro ZrB, Habmonaercst aHU30Tpo-
must KTP: o, < o [Tpu T > 640 K KTP Bronb ocu a
CTAaHOBUTCS BHIIIIE, Y€M BIOJIb OCU ¢. MI3MeHeHue co-
OTHOIIIEHUS 0.,/(, C TIOBBIIIIEHEM TEMITEPATYPhl 00Y-
CJIOBJICHO Pa3JIMYHOI TeMIlepaTypHOil 3aBUCUMOCTbIO
napaMmeTrpa ['proHaiizepa mist oceit a u c. 3HaAYCHUST
KTP mukpokpucrauimyeckoro ZrB,, aHuzorponusi u
XapakTep U3MEHEHUsT OTHOLIEHUS O,/0., C TeMIlepaTy-
pOIi COOTBETCTBYIOT JIUTEPATYPHBIMU JaHHBIM. Teruio-
BO€ pacllMpeHre HaHOKpucTamyeckoro ZrB, cyiie-
CTBEHHO HUXE, YeM Y MUKPOKPUCTALINYECKOTO Z1B,.
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