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Mpeancnosue

1 PASPABOTAH [naBHbIM Hay4YHbIM MeTPOJIOrMY4eCcKUM LLeHTPoM «CTaHAapTHbIe CrpaBoYHble AaHHble
0 (hM3NYeCcKNX KOHCTaHTax u CBONCTBax BewecTs U matepunanos» (THMLL «CCL»)

2 BHECEH TexHuuyecknum kKoMUTeTOM Mo cTaHgaptmdauun TK 180 «CTtaHgapTHble CripaBoYHble faHHble
0 hU3NYECKMX KOHCTaHTax U CBONCTBAax BELLECTB U MaTepnasioB»

3 YTBEPX/IEH W BBEAEH B AEWCTBUE MNpukasom depepasnibHOro areHTcTBa Mo TEXHUYECKOMY
peryvpoBaHuio 1 MeTposiornm ot 4 aekabps 2018 r. Me 1055-cT

4 BBEJEH BINEPBbIE

MpaBuna npuMeHeHNss HaCTOALWEro cTaHgapTa ycTaHoB/EeHbl B cTaTbe 26 ®efopanblioro 3akoHa
0T 29 uioHsA 2015 1. Ne 162-93 «O cTaHfapTu3auum B Poccuiickoin Pepepauun». NHpopmauns 06 nsmeHe-
HUAX K HAaCTosLeMy cCTaHgap Ty ny6nkyeTCca B eXKerogHom (Mo COCTOSAHMI0 Ha 1 AHBaps TekKyLero roga)
H(OPMaLMOHHOM yKa3aTerne «HaunoHanbHble CTaHAapThi», a 0puUNanbHbIi TEeKCT U3MEHEHWUI 1 nonpa-
BOK — B €XXEMECSYHOM MH(DOPMAaLMOHHOM yKa3zaTe e «HauuoHanbHble cTaHaapThi». B cnyyae nepecmoT-
pa (3ameHbl) UM 0TMEHbI HAaCTOALWEro cTaHAaapTa cCooTBeTCTBYylLee yBefoMeHne bygeT ony6anko-
BaHO B 6/1maiilLem BbiNyCKe eXXemMeCsayHOro nHhopMaLMoHHOT 0 Yka3aTens «HaunoHanbHble cCTaHgapThi».
CooTBeTCTBylWasa nHopmauus, yBeJoMIeHne U TeKCTbl pasMeLlalnTCca Takke B MHOpPMaLOoHHOW
cucTeme 06LLEero nofib3oBaHns — Ha ouunanbHoM cainTe Pefepanbiloro areHTCcTBa N0 TEXHUYECKOMY
perynuposaHuio n meTposnorun B ceTun MHTepHeT fkviviv.gosf.ovj
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HacToswuii ctaHgapT He MOXeT 6bITb MOTHOCTHIO UIN YACTUYHO BOCMPOM3BELEH, TUPAXUPOBAH U pac-
NPOCTPaHEeH B KAUECTBe OULMANILHOTO N3aaHus 6e3 paspelleHnst defepasbHOro areHTCTBa No TeXHUUYEecKo-
My peryMpoBaHuio U MeTposIorumn
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HALUMWOHANBbHBLIMN CTAHOAPT POCCUMUCKOW SGELEPALWUMU

lFocypapcTBeHHas cucTeMa o6ecnedyeHusi eMHCTBA N3MepeHuii
CTAHOAPTHBIE CMPABOYHbBIE JAHHBIE. HNOBUIA

MapameTpbl KPUCTANTNYECKON PELIOTKN.
KoadbdpmumneHT NuHeliHOro Ten10BOro pacliupeHns B gnanasoHe temnepatyp oT 120 K go 400 K

Slate system for ensuring the uniformity of measurements. Standard reference data. Niobium.
The parameters of the crystal lattice. Coefficient of linear thermal expansion from 120 K to 400 K

Jata BBefeHus — 2019—03—01

1 O6nacTb NpPUMeEHeHUA

HacTosiwumii cTaHgapT pacnpocTpaHseTcsl Ha CTaHAapTHbIe CNpPaBoYHbIe AaHHble HMOGKA, 6a3oByto xa-
pakTepucTUKy KOHAEHCUPOBAHHOMO BELLECTBA — NapamMeTpoB KPUCTA/I/IMYECKOW pelueTkn B chepuyeckmx
MOHOKpUCTanInyecknx obpasuax kmcaopofa v Ha AaHHble 0 BeMunMHax koahdmumeHTa AvHerHoro Tenno-
BOr0O paclumpeHus B gnanasoHe Temnepatyp oT 120 K go 400 K.

2 HopmatumBHbIe CCbINKN

B HacToALlem cTaHAapTe UCMob30BaHbl HOPMATUBHbBIE CCbIJIKU Ha crieAylolme ctaHaapTbl:

FOCT 34100.3 HeonpegeneHHoOCTb n3mepeHus. Yactb 3. PyKOBOACTBO NO BbIPaXeEHUIO Heonpeaenex-
HOCTUN U3MepeHus

FOCT P 8.614 locypapcTBeHHasi cucTtema obecneyeHuss efuHCTBa U3MepeHuit. FocynapcTBeHHas
cnyx6a cTaHAapTHbIX CPaBOYHbIX faHHbIX. OCHOBHbIE MOMOXEHNSA

MpumeyvyaHne — lNpy NOMb30BAHWUM HACTOSILLMM CTAHAAPTOM LIeNIECO06PA3HO NPOBEPUTL AEICTBUE CChINOY-
HbIX CTaHAAPTOB B MH(DOPMALMOHHOI CUCTEME O6LLETO MO/Mb30BaHKSt — Ha 0hULMaIbHOM caiiTe defilepasibHOTO areHT-
CTBa MO TEXHNYECKOMY PeryIMpoBaH10 U METPOSIOMUN B CETU VIHTEPHET UN MO EXErofHOMY WHHOPMALIMOHHOMY yKasa-
Ten «HauuoHabHble CTaHAAPTLI», KOTOPbI OMy6/IMKOBaH M0 COCTOSIHUIO Ha 1 SHBaps TEKYLLEro roga, 1 no Bbinyckam
€XeMeCSHHOro MH(hOPMALMOHHOTO ykasaTens «HalnoHabHble CTaHAapTbl» 3a TeKyLWii rog. Ecnv 3aMeHeH CCbIoUHbIN
CTaHZapT, Ha KOTOpbIi aHa HeAATMPOBaHHAsS CCbIKa, TO PEKOMEHAYETCs! NCNo/b30BaTh AeVCTBYIOLLYH BEpPCUI0 3TOTO
CTaHAapTa C y4eToM BCEX BHECEHHbIX B JaHHYI0 BEPCUIO M3MEHEHUIA. ECIM 3aMEHEH CCbINOYHBIN CTaHAAPT, HA KOTOPbI
[laHa [jaTMpoBaHHas CCbiika, TO PEKOMEHZYETCS1 UCMO/b30BaTh BEPCUIO 3TOTO CTaHAapTa C yKa3aHHbIM Bbille rofl0M yT-
BEPXAeHWs (NPUHATUSA). ECnn nocne yTBEPXAEHUS HACTOSILLErO CTaHAapTa B CChIMIOYHbIN CTaHAAPT, Ha KOTOpbI faHa
[laTMpOBaHHas! CCblfika, BHECEHO M3MEHEHWe, 3aTparvBatoLLee NosoXeHUE, Ha KOTOPOE AaHa CChlka, TO 3TO NOJIOXEHUE
PEKOMEHAYETCS NPUMEHATL 6e3 ydyeTa AaHHOrO M3MEHeHUs. EC/M CCbINOYHbIA CTaHAapT OTMEHeH 6e3 3aMeHbl, TO Nono-
XEHME. B KOTOPOM [iaHa CChblflka Ha Hero, peKOMeH/AyeTCsi IPUMEHSITb B YacTU, He 3aTparnBaroLLei 3Ty CCbIfKy.

3 06uwme nonoXxxeHuns

B HacTosllem cTaHfjapTe npusBefeHbl 3HAYEHUS CTPYKTYPHbIX XapaKkTepUCTUK MeTaInyeckoro HIo6us
(Nb) n gaHHble 0 KoaghduumneHTe nMHeHoro Tennosoro pacwuperuns (K/1TP) no pesynbTatam BbICOKOTOYHbIX
N3MepeHnii Ha COBPEMEHHOM AN PaKTOMETPUYECKOM 060pYA0BaHUN.

MapameTpbl KPUCTaI/IMYECKOW peLleTKn ONUCLIBAOT CTPOEHWE KPUCTa/l/IMYeCcKX BeLwecTs (Tun n pas-
Mepbl 3/1IEMEHTapHOl AYelikn) 1 onpefenstoT X MHorme usnyeckne cCBoicTBa. STW AaHHble OTHOCATCH K
6a30BbIM XapakTepucTMKaM KOHAEHCMPOBAHHOIO COCTOAHUA BELECTBa, oTpaxas 6anaHc cun NPUTSXIEHUS 1

MN3paHne ouymansHoe
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N OTTaNIKMBAHWA Mexay aToMamu. O6BEM AYelikv, BbIYMCNSEMbIA MO 3TUM AaHHbIM, W 3HauyeHus KATP npu
Ha/IMuMn JaHHbIX AN pa3INYHbIX TeMNepaTyp UCMOb3YIOT NMPU NPOEKTUPOBAHUN MaTePUasioB, BKIOYAIOLLMX
HWOOWIA, B pasNNyHbIX YCTpoicTBax. [ManasoH, B KOTOPOM MCMOMb3YIOT HUOGUcogepxaline matepuarsi,
BK/1IOYAET TeMMNepaTtypbl OT HU3KUX A0 NpefesibHO BbICOKMX TeMneparyp.

Tabnuubl cTaHAAPTHBLIX CNPaBOYHbIX AaHHbIX O NapameTpax KpUcTananyeckol peleTkn chepnyeckmnx
MOHOKpUCTaNIM4yecknx o6pasLoB kucaopoga B TEXHNYECKOM BbICOKOUMCTOM HMOOMM NOJTyUYeHbl METOAOM ra-
30TPaHCNOPTHOrO CUHTE3a.

4 OcHOBHasl 4yacTb

B HacTosiem cTaHfapTe No pesysbTatam AU1aToMeTPUUYECKUX N3MepeHuii KoMnapaTopHbIM METOA40M
npvBefeHbl CTaHAAPTHbIE CMpaBOYHble AaHHble O napameTpax KpUCTal/IMYecKol pelleTkn U O BeMYMHax
KNTP HMobua B gnanasoHe TemnepaTyp oT 120 Ko 400 K. paspaboTaHHble B cootBeTcTBUM ¢ TOCT P 8.614
n FOCT 34100.3.

[ocToBepHble AaHHble NoyYeHbl C UCMO/Ib30BAHNEM COBPEMEHHBIX PEHTIEHOBCKUX AN pakToMeTpoB
ONA N3MepeHNs CTPYKTYPHbIX XapaKTepUCTUK MOHOKPUCTaII0B U 060CHOBAHHbIX HAay4HbIX PaboT.

4.1 TMoparotoBka 06pas3yos

[ns nccnepoBaHns B HaCTOSILLEM CTaHAapTe UCMO/b3yT o6pasubl U3 apy3 HMOOMSA, ¢ HE6ONMbLINM
(0,3 macc. %) pa3nuuHbiM o6oralleHmemM K1Mcnopoaa, NosyyYeHHbIX ra3oTPaHCNOPTHLIM METOA4O0M M3 AOMNOHU-
TE/IbHOTO OYMLLEHHOTO CbipbsA. O6pasLbl 415 NPELM3NOHHbIX U3MEPEHWI NOATOTaBANBAOT U3 KYGUKOB MOHO-
KpUCTaI/INYecKnx Apys.

[N BbICOKOTOYHOrO peHTreHorpadnupoBaHust UCnonb3yT 06pasybl cdhepuyeckoit hopmbl, KoTopas no-
3BOJIIET HaMboslee TOYHO YUUTbIBAThL B/IUSIHME MOT/IOWEHNS PEHTIEHOBCKMX Nyyeli npyu 06paboTke audpakLm-
OHHOI1 KapTuHbI. ilnameTp cdepbl NOAGUPAIOT Tak. YTOObI MYYOK, BbIXOAALLMIA N3 KOSIIMMAaTOpa PeHTreHOBCKOA
TpyOKKU, NOMHOCTLI0O OMbIBas 06pasel,. Cdepuyeckne obpasubl MmetoT guameTtp oT 0,3 mm o 0.4 MMm. uTO
Nno3BOJISIET UCMO/Ib30BaTL BECb 06bEM 06pasLa an1a usmMepeHunii. O6bLEM 1 YC/I0BUSA NOSIHOTO PEHTTEHOBCKOTO
3KCNeprMeHTa yCcTaHaBMBaKT OTAE/NbHO A/ KaXA0ro KOHKpeTHOro obpasua.

[ns o6kaTkm 06pa3uos cdepbl CNOMb3YIOT CNeunanbHble YCTPONCTBa, umetLme oopmMy NaoCKoro Lm-
nuHApa. B TakoM yCcTpoiicTBE 3aroToBKM (KyGu4eckoii hopMbl) Noj BO3A4eNCTBUEM NOTOKA BO3AyxXa ObICTPO ne-
pemeLLalnTcs Mo Kpyry, 4To MPUBOAUT K CTAYMBAHMIO YI/I0B O NPUK/IEEeHHble abpasnBHbIe LKYpKW. MocTeneHHo
yMeHbLUas 3epHUCTOCTb LUKYPKX, NOyYatoT 06pasLbl NpaBuibHON (hOPMbI C BbICOKOW YMCTOTON NOBEPXHOCTHU.
MpeumyLLEeCcTBO MMEHT LLKYPKM C a/IMa3HbIM U TakKe BbICOKOTBEPZbIM 3/1b60POBLIM NOKPLITUEM. VICTOUHMKOM
BO3Jyxa CMy>XUT KOMMNpeccop, HanpuMep asporpada.

VIckaXXeHHbI €0 CHUMalOT Tpas/sieHneM. PacTBop A5 XMMWUYECKOro NosmpoBaHus HMobus copgep-
XWUT: NIABUKOBYH KUC/OTY, CEPHYH KMC/OTY, a30THYK KUCNOTY, kKap6aMuz 1 BoAy, COOTHOLLEHUE KOTOPbIX B
macc. %. npeacTtassieHo B Tabnuue 1.

Ta6numuya 1— COOTHOLIEHNE KOMIMOHEHTOB B PAcTBOPE A5 TPAB/IEHNS HMOGUS

BevuectBo COOTHOLLIEHME KOMIMOHEHTOB, Macc. %
MnasunkoBas kucnora 5.6—6.2
CepHas kucnota 56.3—46.9
A30THas Kucnora 25.2—25.7
Kap6amupg, 0.5—15
Boga 20.8—21.3

[na noarotoBkn 06pasLoB U YCTAHOBKM UX Ha AWGPAKTOMETPUYECKY CUCTEMY WCMO/b3YHT OnTuye-
CKWil BUHOKYNSAPHBIV CTepeockonMuecknii mukpockon Tuna MBC. KOTOpbI NO3BONSET NpeABapuTenbHO onpe-
[enuTb pasmep ¥ kayecTBO hopmbl 06pasuia. V3 noarotoBneHHbIX 06pa3LoB BbIOVPaOT o6pasel, C Hauayy-
wen andpakyMOoHHO KapTUHON. 3aTeM NpoM3BOAAT MOHTaX obpasua Ha gepxarteslb FTOHNOMETPUYECKOro
yCTpoiicTBa. [Na 0UYUCTKM fepxaTesieil 1 MOHTaxa MOHOKPUCTa/I/IMYECKNX cdiep NCNO/b3YHT CNUPT 1 KNew-
renb «MoOMEeHT».

2
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O6pasel, NpukenBalT Ha crneuuasbHblli gepXaTeslb CO CTEKISIHHOM HUTBLI (HWUTb U KNel obecneun-
BaKT OTCYTCTBME AOMNOSHUTENbHbIX AN PAKLMOHHBIX PeIEKCOB) U yCTaHABNMBAKOT HA TOHUOMETPUYECKYHO
ronoBky AudppakromeTpa. FOHMOMETPUYECKYIO FOMOBKY (PUKCMPYIOT B MOCAA0YHOM FHe3fe roHWoMeTpa, M
NPOBOAAT OCTUPOBKY Tak, YTOObI 06pasel, nonagan MakcuMasibHO TOYHO B LIEHTP (nepeceyeHne Bcex oceid)
roHnomeTpa.

4.2 3JKcnepuMmeHTasibHasa annaparypa

duKcaumio AMdpakUNoHHON KapTVHbI A4NA onpeaeneHns napameTpoB KpUcTannyeckol pelleTkn npo-
BOAAT C MCNOMb30BaAHMEM YCTPOCTB AMdpakToMeTpa, NPUCTaBOK CheLnasibHOW KOHCTPYKLMU 1 MporpaMm-
HOro obecneveHns, KOTOpble NO3BOMAIOT aHA/IM3MPOBATL AOCTATOYHO MOJHYIO ANPPAKLMOHHYI0 KapTUHY MO-
HOkpucTanioB. OCHOBHas Lkana 60MblIOro roHMOMETPa, NCMOoNb3yeMblX AUPakTOMeTpoB, obecneumBaeT
AvanasoH BO3MOXHbIX NOBOPOTOB geTekTopa A0 120e. MNMoBopoThl 06pasla oCyLWecTBASIOT C MOMOLLbIO ApY-
TMX FTOHMOMETPMYECKNX YCTPOWCTB Takum 06pas3oM, 4Tobbl 3ano/iHUTL BClO cdepy nsmepseMoro o6paTHoro
(MMNYNbCHOTrO) NMPOCTpPaHCTBa, 06bemMa 3NleMeHTapHOW avelikn. 3a 4IMHY BOMHbI OT M3nyvyenus Mo-aHogda
PEHTIEeHOBCKOW Tpybku Ana xapakrepuctnyeckoro nsnyyenms (KJ) npuHumatot 0.070932 Hm. B ycunusato-
LLYI0 OMTUYECKYH0 CUCTEMY BKOYAOT rpathmToBble MOHOXPOMAaTOPb! WU KOSIJIMMATOPbI C BHYTPEHHUM OTpaxe-
H/eM. 3a cyYeT UCNOJIb30BaHUs XapakTePUCTUK PEHTIEHOYYBCTBUTEIbHOIO aKpaHa OCyLLLecTBAAN paboTy ABy-
MepHbI geTekTop AncpakTomMmeTpa. OCHOBaHHbI Ha CCD-TexHonorusx. Bea cuctema perncrpauuy curHanos
Xapakrepun3yeTcsl ,OCTaTOYHO HU3KMM YPOBHEM LLYMOB, YTO NO3BOMISIET NPOBOAUTL MCCeA0BaHNA 06pasLoB
mMasioro o6bema. KoHCTpykuun gudpakromeTpoB, NpUMeEHsieMble B CUCTEME, MO3BOMSIOT PernucTpupoBaTth OT
1800 g0 2500 6parroBcknx oTpaxeHuii npu Temnepartype 300 K, koTopble UCNONbL3YIOT 4151 pacyeTa napame-
TPOB KpUCTaNIMyeckoli peleTkn (pasMepoB 3N1EMEHTAPHON AYeiikun) 1 3HauYeHun KoadduumeHToB KITP.

[ns yBennyeHns TOYHOCTW NOJSyYaeMmbiX AaHHbIX NPU HOpMasbHON TemnepaType (UKCUPYIOT BbICOKO-
yrnosble pednekcbl (601ee BbICOKME MOPSALKA OTPaXeHWUi OT cemeicTBa KpucTannorpadgmyeckmx nnocko-
cTell). KoTopble o6ecneunBaloT 6/M30CTb K Yry ckonbxeHus 90° u. cnefosaTeslbHO, MakcyMasibHO BO3-
MOXHYI0 TOYHOCTb. [MOCKOSIbKY MHTEHCMBHOCTb Takmx GperroBckMx OTpaXKeHUn Ha nopsgku cnabee, yem ans
oTpaxeHult ¢ ManbiMn nHaekcamn Munnepa, To npu pa6oTe gudpakToMeTpa UCNob3yIT MakCMMasIbHO BO3-
MOXHblE 3HAUYEHUS TOKA W HaNPSHKEHUI PEHTreHOBCKOM TPYOKM H/MAn 6onee anutenbHoe BpeMs N3MEpPEHWIA B
Kaxaol Toyke o6paTHOro MPOCTPaHCTBa, B KOOpAMHATAX KOTOPOro NMPoMCXoAuT npouecc nsmepexus. O6uee
BPEMS 3KCNepumeHTa AN Kak4oro obpasua npyv HOpMasibHbIX YCNOBUAX M3MepeHuit cocTasnsfeT oT 40 go
90 u HenpepbIBHON paboTbl gudpakTomeTpa.

Bnok-cxema AndpakroMeTpuyecxoi cuctemsl npeacTaBneHa Ha pucyHke 1.

PucyHox 1 — Brok-cxema AncpakToMeTpUYeCKoii cMcTeMbl ¢ UCMO/b30BaHNEM KOPOTKOBOTHOBOIO U3/y4eHuUs
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Lna npoBeaeHNs n3mepeHuii n 06paboTKM IKCNEPUMEHTAIbHBIX AAHHbIX C NOCNeAYIOLM OnpeaeneHu-
€M CTPYKTYPHbIX XapakTepucTuk, yA0BNeTBOPSAIOWMUX CTabuibHbIM napaMmeTpam KpucTaninyeckoin peLueTku,
MCMNO/b3YIOT aTTecToBaHHYl MeToAauKy namepenuin [No 702/06-09 (PP.1.31.2009.06707)]. AnA noBbiweHNs
[OCTOBEPHOCTU 3KCNEPUMEHTASIbHBIX AAaHHbIX NPOBOAAT CPABHUTE bHbIV aHaIN3 ¢ 3TaSIOHHbIMU CpescTBaMM
N3MepEeHNiA: Co CTaHAapTHbIMU 06pasLaMu audpakLMOHHbIX CBOACTB MOHOKpUCTaNIoB, Bkaoyas FCO MNPd-4
(NP®-3) kpeMHuiA 1 FCO MP®-9 (MP-1) cunnung BaHaaWs, KOTopble NpeABapuTeIbHO U3MEPSIIOT Ha TOi Xe
yCTaHOBKe AN ee KaIMbpoBKu.

4.3 OcobeHHOCTU NpoLuenypbl U3MepeHunii

4.3.1 Peructpauuun gndpakLumoHHOR KapTUHbI

[ns pernctpauny AndpakLMOHHON KapTWHbI YCTaHaBNMBAKT pacCTOSHUE KPUCTasIIMYECKOro feTeKTo-
pa pasHbiM 41.5 MM K n“cnonb3ywT konaumatop ¢ guametpom 0.5 MM. «ByHKepoBKy» (06beAnHeHUE MuK-
cenei unu pasbueHve mMatTpuupl Ha cy6610KM) yCTaHaBAMBAIOT 2 * 2. ¢ paspelleHnemM mMaTpulbl geTekTopa
1024 x 1024 nk. Ans MONn6A4EHOBOrO CTOYHUKA PEHTTEHOBCKOTO U3MTyYeHNA 3HAYeHWUS HanpPsHKeHUs 1 Toka
yctaHasnusatoT: 50 kB n 40 mA nnn 33 kB 1 50 MA. korga TpeboBasiocb yCTpaHUTb OTPaXKeHNs, COOTBETCTBY-
oL me BTOPOI rapMoHuvike (J2).

4.3.2 KOcTtupoBka obpasua

FOctuposky o6pasua Nb npoBogAT B pexvme pyyHOro ynpasneHusi. Kpuctann cuMtaeTcsi CblCTUPO-
BaHHbIM, €C1 NPV ABVKEHUN NO 060K M3 OCeli LeHTp TAXecTn obpasua coBnageT ¢ nepekpecTmeM LKau
MWUKPOCKONa W OTK/IOHEHWE cocTaBnseT He 6onee 10 MKM.

4.3.3 YcnoBus nsmepeHuii

Mpu npoeegeHnn namepennii Nb npu HopManbHbIX YCI0BMAX M3MEPEHUI 06bIYHO COBM0AAI0T Criedyio-
Ve ycnoBus:

- TemnepaTypa Bo3fyxa — B guanasoHe 297 K—300 K [(24 °C —27 °C)] +2;

- atmocpepHoe gasneHne — 84—106.7 kMa (690—800 MM pr. CT.);

- OTHOCWTEeNbHAas BNaXHOCTb Bo3gyxa — He 6onee 80 % npu TemnepaType 25 °C;

- HanpshkeHue NUTaHWs 3nekTpoceTy ANsA ogHogasHoro Toka — 200—240 B.

C ncnonb3oBaHneM NporpaMMHoro obecneyeHus obpasel, NoBopayMBalT NocnefoBaTeIbHO Co Bcemu
BO3MOXHbIMW MOBOpPOTamu, 4ToObl 3adMKCMPOBaTb Ha AEeTeKTOpe MHTEHCMBHOCTb OTPAXEeHHbIX Andparmpo-
BaHHbIX /lyyelt ¢ 6onee NonHbIM n3obpaxeHnem cepbl 06paTHOro npoctpaHcTea (chepbl IBanbaa). Mpu
noBopoTe 06pasLa pas/iMyHble OTPaxatLie aTOMHble MI0CKOCTV NPOXOAAT Yepe3 No0XeHWe, Npy KOTOPOM
BbINOJIHAETCA YCNOBKE, COOTBETCTBYIOLLEe 3aKoHY bparra-Bynbda.

MepBylo TMNOBYIO NpefBapuTeSIbHYI0 CbeMKY A5 MPOBEPKN KaXA0ro obpasLa Ha CooTBeTCTBUE Uccre-
AyeMoii hase u Ana OLEHKM YPOBHSI COBEPLUEHCTBA BellecTBa Npou3BoasT ¢ o6wmm BpemeHem 5—10 MuH
Ana npo6Horo onpejeneHus napaMeTpoB peLleTKu Kpuctanna KOHKpeTHOro obpasua. Mo okoHYaHuu 3ToW
CbEMKM OLIEHUBAIOT OT/INYME NapaMeTPOB pPeLleTKN KpUCTasia OT OXnaaeMblX, NMPOLEHTHOE OTHOLWEHWE YunCc-
na oTpaxeHuii Ha AU pakLMOHHOM KapTuHe, YAO0BNETBOPSAIOLWNX BbiIGpaHHOMY TUMY 3/IEMEHTAPHON AYelikn.
[lanee oueHMBaIOT KA4eCTBO ANPAKLVOHHON KapTWHbI B LLe/IOM, BKoYas hopmy AndpakLMOHHbIX MaKCUMY-
MOB. Ha 0CHOBaHMM aHanu3a NpUHUMAlOT peLleHre o fanbHelilei paboTe caaHHbIM 06pa3LoM.

[Onsa o6pasua Nb. BbIGpaHHOro U3 napTuu, NPOBOAAT BTOPYIO NpefBapuTe/ibHyl0 CbeMKy C 06LMM Bpe-
MeHeM 3kcnosunuuny 60—120 MuH A1 OLEHKU napaMeTpoB OCHOBHOIO akcrneprMeHTa. OueHnBatoT 4OCTynHoe
paspelleHne 1 Bpemsi 3KCNO3nLMK AN pasHbIX MOMIOXEHWUI AeTekTopa Mo yrny ckonbxenus (0) ans obecne-
YeHus TpebyemMoro YpoBHS CTaTUCTUKN U3MEPEHUs MHTEHCUMBHOCTEN 3a AOCTYNHOEe Bpemsi NPoBeAeHNs BCEro
akcnepumeHTa oT 90 go 120 4. Mo OKOHYaHUW 3KCNepuMeHTa NPoBOAAT 06Pa6OTKY MOMYHYEHHBIX AaHHbIX C
Bblfaveli halinos, HEOBXOANMbIX AN fanbHELEero CTPYKTYPHOTo aHanusa.

4.3.4 O6paboTKka AaHHbIX

O6paboTKy AaHHbIX U3MEPEHWn NPOBOAAT C NpMMeHeHueM nporpammHoro naketa CrysAlis. Onpege-
fleHne napameTpoB 3/IEMEHTaPHON AYelikn OCyLecTBASIOT nocnegosaresibHo. CHavyana NpoBOAAT MOUCK OT-
paxeHuii Ha KaxaoMm dhpelime 1 onpesensitoT aueliky, pasmepbl KOTOPOI yA0BNETBOPAIOT He MeHee 90 % 3a-
hUKCUPOBaHHbIX peNeKCoB. 3aTemM YTOUYHSAT NHCTPYMEHTaslbHY0 MOAESb, COOTBETCTBYIOLLYIO NapameTpam
peleTkn KpucTanaa no yTOYHEHHOMY Habopy AUMPaKLUMOHHBIX OTPAXEHUA W UCNONb3YT NporpaMmy Ans
nposefeHns NPOdMIbHOIO aHam3a, COCTOALLEro 13 AByX 3Tanos:

1) onpegenexve oHa 1 rpaHuL, NUKoB;

2) nonyyeHwe UHTErpasbHbIX UHTEHCUBHOCTEN.
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3aBeplueHne 06paboTKM OCYLECTBAIT CAefyolWmyMy 4eNCTBUSMI: CHayasia BHOCAT BCe 3HaYMMble
nonpaBkn B MHTEHCMBHOCTM, YTOGbI U3MEPEHHbIE BENMNUUHBI NMPUBIN3UANCE K KNHEMATUYECKO Likane, 3aTem
nporpammolii CrysAlis BBogaT nonpaBku Ha adhchekT JlopeHua 1 Ha nonsprsauuio.

4.4 TMpoueaypa onpeAesieHns NapamMeTpoB KPUCTaNIMYeCcKoi peleTku

Ana pacyeta 3HaYeHU napameTpoB peLLeTKN UCNOMb3YIOT 3HayeHNs yrnos 0. COOTBETCTBYOLLNX MaKCK-
MyMaM pacnpenesieHnsa WUHTEHCUBHOCTEN 6peITOBCKVIX OTpa)KeHMVI, N COOTHOLWEeHNe, cBA3biBaoLlee 3Ha4yeHns
MEXNJ/TIOCKOCTHbIX paCCTOFlHI/IVI C 3TUMIN yrnamu

2 sin0=rfk, 1)

rae d — MexXmn/0CKOCTHOE PacCTosiHUE, HM;
0 — yron CKOMIbXeHNS nyyeil.
n — nopsagok otpaxeHus (1, 2. 3...);
a — [/INHa BOJIHbI UCMO/Ib3YEeMOr0 U3NyYeHns.
[ns pacyeTa pa3mMepoB «a» 3/IeMEHTapHON Avelikn (KkBagpaTtuuHble hopMbl) C KyGuyeckol cummeTpureit
MCMonb3yoT hopmyny

ar=dhk4h2+k2+/2. @

MocKosbKy Npu M3MEHEHUU TemnepaTtypbl U3MEHAIOTCA napaMeTpbl pelleTku obpasua, To UMeeT me-
CTO M3MeHeHne HabnoAaemblx 3Ha4yeHuid yrnos 0 4ns MakcMMyMoB GperroBckux oTpaxeHwii. MNogaepxaHve
Tpebyemoil TemnepaTtypbl UM 3af@aHHOrO TemnepaTypHOro pexuma ucciegyembix o6pasuoB NMPOBOAAT Ha
andpaktomeTtpe XCalibur compmbl Rigaku-Oxford Diffraction ¢ TouHocTblo o 0.5° B AnanasoHe Temneparyp
0T 298 Ko 300 K. TemnepaTypy obpasLa n3aMepsaioT NOBEPEHHLIM N3MEPUTEIEM TeMNEepaTypbl U BIAXXHOCTH
MBTM-7, pasMelLeHHbIM B HENOCPeACTBEHHOW 611M30CTU OT 0bpasLa ¢ A4oBepuUTeNbHOW norpelHocTbio 0.7 K.

OndpakuynoHHasa kapTuHa 13 dpeiima, 3adMKCpoBaHHOIO NPKU HEBBLICOKUX yrniax, npeactasnena B [1].
dopma AndpakLMOoHHbIX NATEH Ha AndpakTorpamMmax nokasbiBaeT XopoLlee KayecTBo obpasLia, BbIoGpaHHOro
ANa nocnepytoLlero aHanunsa seeli AndpakLMOHHOW KapTyHBbI.

[ns pacyeTa napameTpa KpUCTaul/IM4ECKOW peLueTky (pasmepoB 3/1eMEHTapHON peLLeTku) NCNoNb3yoT
N3MepeHHbIli obpasel, ¢ 4OCTaTOYHO HU3KUM cogepxaHuem kucnopoga, Ao 0.3 macc. %. 3HayveHus pesyrib-
TaToOB paccunTbiBaeT NporpaMma B XOfe Kaxaol cepun yTOUHEeHWs pasmMepoB siYeiiku no Habopy. Kaxpoe
YyTOUYHEeHMe (Cepunio) NOBTOPSAIOT HECKO/IbKO pas. 0 Tex Nop. Noka B pe3ynbTaTe nocnefoBaTebHO 06paboTkm
MaccvBa He HauMHaloT MOBTOPATHLCA 3HAYEHMS napamMeTpoB B rpefesiax 3HaYeHVs NOrpewHoCcTU (3HaveHus
O[HOW CcUTMBI).

B Tabnuue 2 npuBeaeHbl pesynbTaTbl pacyeToB A8 BbICOKOYI/I0BOrO Anana3oHa. ITO COOTBETCTBYeT
yrny ycTaHoBku feTektopa 113° no wkane 20 (wkana nepemMelyeHus getekropa). MNpy NoBTOPHbIX 3KCNepu-
MeHTax. NPOBOAMMBIX NPV NOBOPOTE 06pasLia Ha Aepxarenie 1 JONONHUTE/IbHOV NPOBEPKN IOCTUPOBKK, Noc/e
noBopoTa AgepxaTens, BblbMpatlT cpefHue 3HauyeHnsa AN Kaxgoro obpasua. 3atem BbibupatoT cpegHee 3Ha-
YeHune OT BCeX uccnefoBaHHbIX 06pa3LoB, KOTOpoe BKYAOT B TabmLy cTaH4apTHBIX CPaBOYHbIX AaHHbIX.

Tab6nunua 2— Pesynbrartbl onpefeneHns napamMeTpa KpUCTasl/IMYECKOn peLleTkn (pasMepa 3/1eMeHTapHON AYeikn)
N5t «-chasbl MOHOKPUCTAIIMYECKOTO HUOBUSA MOAAHHbLIM BbICOKOYT/IOBOTO AnanasoHa

Necepun MapawveTp, M
1 0.330587(6)
2 0.330652(3)
CpepgHee 0.330620(46)

MpuMmeyaHune — BKpyT/bIX CKOBKaX NPUBEAEHbI YAC/IOBbIE 3HAYEHMS MOTPELLHOCTEN KaX A0/ Cepum 3MepeHnii.

B Ttabnuue 3 npuBefeHbl pesynbTaTbl U3MEPEHUIA NapaMeTpoB peLlleTkn (TEXHUYECKOro) YMCTOro Hu-
06UA. MoNyYeHHble B pas/MyYHbIX opraHusaumsax, sknovas HUCT CLUA. npegcTtaBneHHble B 6ase mexayHa-
POAHOro LeHTpa cnpasoyHbIX (pedyepeHTHbIX) AndpakLMoHHbIX gaHHbIX (ICDD. PDF-2) BmecTe co cpefHuM
3HaYeHeMm Tabnuubl 2.
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Tabnuua 3 — Pe3ynbtaTbl onpeAeneHns napameTpa KpUCTa/l/IMYecKol peLueTkn Ans obpasuoB HMobmsa BMecTe ¢
AaHHbIMK 13 6a3bl ICDD (PDF-2)

». M fona Ccebika
0.330620(46) 2018 BHUMC
0.33063 1975 [26]
0.330656(2) 1959 @7
0.33066 1938 [28]
0.33066 1985 [29]
0.330681 1959 [30]
0,33065(1) CpegaHee
MpumeuyaHue 1 — B KpyrbIX CKOGKax MpuBEfEHbl YMC/OBbIE 3HAYEHUSI MOFPELIHOCTEN KaxAoh cepum

N3MepPEHUIA.
MpumeuaHune 2— B kBaapaTHbIX CKOOGKAX NpUBEAEHbI GUBMOrpadIuueckme kv, KOTOpbIE NPEACTaB/EHbI

B [11-

AHann3 3HaYeHuii napamMeTpoB, NpeAcTaBeHHbI B Tabnuue 3. NokasbiBaeT, YTO COOTBETCTBUE AaHHbIX
[0CTaTO4YHO BbICOKOE. M03TOMY B KQYecTBe CTaHAapPTHOro CNpaBOYHOrO AAHHOIO A1 TEXHUYECKU BbICOKOUM-
CTOr0 HMOGKS C MasibiM COAEPXaHMEM KNCNOpoaa pekoMeHAyT 3HaveHne a = 0.33065(1).

45 [laHHble O Tenno0BOM paclwupeHun Huobus, koadduuneHTe nMHENRHOro TensoBoro
pacwupeHunsa B gnanasoHe temnepatyp ot 120 K go 400 K

Tennosoe pacwupeHne (TP) BewwecTs 1 MaTepuanoB onpeaensioT Ha OCHOBE yyeTa aHrapMOHUYECKNX
adhekToB B ANHAMMKE KpUCTaNIMYecKoin pelueTkn. 3HayeHne TensoBOro paclivmpeHvs Mpsamo NponopLy-
OHaNbHO KO3 UNLMEHTY @aHTAPMOHNYHOCTU B PA3/I0XKEHUN NMOTEHUMANbHON 3HEPIMM U UMeeT OfMHaKOBbIV
C HUM 3Hak, BK/IOYasi BKNafbl pa3/IMyHON NpUpoAbl, Posib KOTOPbLIX NpeobnafaeT B pasHbIXx TeMNepaTypHbIX
AvanasoHax no-pasHomy.

Hanbonee To4yHOe cpaBHeHMe pe3y/bTaToB onpegeneHvs TP OCyLecTBAAT No pesynbTatam n3me-
peHvsa yaMHEHW A pa3MepoB aHaIM3npyeMbIX BeLLecTB U MaTtepnasnoB. VicxoAHble AaHHble pe3y/ibTaToB He-
nocpefCTBEHHbIX U3MepeHuii yANMHEeHNA He Bcerga nMpuBOAATCA B Pas/IMYHbIX UCTOYHMKaxX. MoaTomy ans
YCTaHOBJ/IEHNA XapaKTepUCTUK BOCMPOU3BOAUMOCTN Pe3ysibTatoB U YPOBHA JOCTOBEPHOCTU COMOCTaB/EHME
[aHHbIX pa3HbiXx aBTOPOB OCYLLECTBASIT N0 3HaYeHWAM K/TP ¢ y4eToM MHCTPYMEHTaslbHbIX 0COGEHHOCTEN
ycTaHoBOK Ans onpegeneHuns KNTP. Mpu nonyyeHun 3HavyeHWn KOIULMEHTOB TEMNI0BOTO pacLuMpeHus
(KTP) ncnonb3ytoT gaHHble 06 yA/MHEHVAX Npy ABYX pasHblX TemnepaTypax, 4To NpuBoauT kK hopmupoBa-
HUI0 AOMNOSTHUTENBLHOTO pacyeTa HeonpegesieHHoCcTel. 3aTeM 3HayYeHre pasHOCTM pa3MepoB, OTHECEHHOW K
VCXOAHOW BenmunHe pasmepa 3/1eMeHTapHOl S4Yeikn 1 K BeNnYMHe pasHOCTU TemnepaTyp, NPUNUCLIBAOT K
3Ha4YeHuIo 419 cepefMHbl UHTepBana TeMnepaTyp, Npu KOTOPbIX Npou3BefeHo nsMepeHune. [onosHUTeNbHO
TOYHOCTb 1 YPOBEHb [OCTOBEPHOCTU AaHHbIX 0 KTP onpeAensAtoT No CornacoBaHuio AaHHbIX, NosyvyaeMbiX Ha
AnnaToMeTpUYecknx YCTPOCTBax, CKOHCTPYMPOBAHHbLIX Ha Pas/inyHbIX U3NYecKknx npuHumMnax u cnocobax
nepefayv efuHULbl AIVHBI, & TaKKe C y4eTOM TOYHOCTU U3MEepPeHNs TeMnepaTypbl U BE/IMYUHBLI TemneparTyp-
HOro nHTepBana. Hambonee afekBaTHO pe3ysbTaTbl NOMYyYalOT HA YCTPOCTBAX A1 PEHTTEHOBCKOW AnnaTo-
MeTpUW. B KOTOPOW AiaHHble NOy4aloT HeMmocpPeACTBEHHO NO onpefeeHnto pasmepoB aNIeEMEeHTapHON AYelikn
KpucTannyeckoin pelletkn elwectsa. B gpyrnx metogax TpebyeTcs 6osiee TwiaTesibHbIN yYeT COCTOSHUA
aHanM3nMpyemoro BeLlecTsa, Tak Kak npuobpeTaloT MHorga pellatoLlee sHaueHe Haamyme nop. razoobpasHbIX
npumecei 1 Apyrux AONOSHUTENbHBIX CUCTEMATUYECKNX BK1aA0B, BKIOYas BKNaabl MAKPO- Y MaKpOCTPYKTYp-
HbIX (hakTopoB, onpeAensLMX pasmep U TeMN ero M3MeHeHNs B Pas/IMyHbIX TeMnepaTypHbIX UHTepBanax.

Bbl6op MHTEpBana Temnepatyp Ana onpegeneHuns K/TP cBA3bIBAOT C pas/IMYHON NPUPOAOY BKNasoB
B TeMn/I0BOe pacluipeHne 1 COOTBETCTBEHHO C U3MEHEHeM XapakTtepa ysenmyeHus sHavyeHus K/ATP npu no-
BbILUEHUW TemnepaTtypbl OT abCOMIOTHOrO HyNs. [pu M3MepeHUn yMeHbLIaloT TeMnepaTtypHblii MHTepBas, B
KOTOpOM npoucxoaut onpepenedune K/ATP [na knoyeBblX MaTteprasioB N3MepeHus npoBOAAT C MHTEPBA/IOM
oT 1 go 10e Ans u3yyeHus ha3oBbix NepexoAoB TeMNepaTypHbllii MHTepBa cokpallatT go 0.1" B obnactu,
npuUMbIKatoLLeli HenocpeACTBEHHO K KPUTYECKOW ToUke (ha3oBoro nepexoAa. [ns ctaHfapTHbIX AaHHbIX pac-

6
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LUMpeHne uHTepsana TemnepaTyp cBbiwe 100° HenpurogHo (cm. [1]). 3T AaHHble UCMONbL3YIOT TONbKO ANS
npeABapuTenibHON OLEHKM.

[ns Tabnuy cTaHAapTHBIX CNPaBOYHbIX AAHHbIX UCMOML3YIOT TemnepaTypy Wi fmanasoH Temneparyp
B6/IM3UN KOHKPETHOrO 3a4aBaemMoro 3HaueHusl. «PenepHoi» TOYKO cuuTaloT Temneparypy, KoTopas COOTBeT-
CTBYET HOPMaJIbHbIM YCMOBUAM U3MepeHuid, T. e. B6m3m Temnepatypbl 300 K (23 °C—27 °C), ucnonb3ys,
Hanpumep 4N1A cpaBHeHMs Hanbonee [OCTYyNHbI guanas3oH TemnepaTyp oT 280 K go 350 K. B koTopom pe-
3ynbTaTbl U3MEPEHUI JOCTATOUYHO XOPOLLO COracyrTCs Mexay Coboi.

CooTBeTCTBYOLWME pe3y/bTaThl B pas/INyHbIX uanasoHax Temneparyp Ans H1obus npusogatcsa B [1].

4.6 [0OCTOBEPHOCTb AaHHbIX

LoCcTOBEPHOCTb NOMYYEHHbIX AaHHbIX MO 3HAYEHUSIM BE/IMYMHbI MapameTpa KpUCTaI/IMYECKOW peLleTku
1 KNTP oueHnBaloT No pesynbTataM COBMECTHON 06paboTku cepuii USMepeHnin 1 cpaBHeHNeM peKoMeHZo-
BaHHbIX C 060CHOBAHHLIMWU AAaHHBLIMWU PAa3NINYHbIX UCTOYHMKOB. CTaHAapTHoe (cpegHekBajpaTuyeckoe) oT-
K/IOHEeHWe B YC/IOBUAX MOBTOPSIEMOCTU (CXOAMMOCTU) CPeAHUX 3HAYEHWd No pesynbTaTam ABYX cepuii He-
3aBUCUMMbIX U3MepeHunii coctaBnseT 0.00046 HM. [lns obecneyvyeHnss BbICOKOW [OCTOBEPHOCTW NOMYYEHHbIX
pe3ynbTaToB NPOBOAAT NpeABapuTesibHble U3MEPEHUs rOCYAapCTBEHHbIX CTaHAAPTHbIX 06pasL 0B AvndpakLm-
OHHbIX CBOWCTB Ha TeX € 3KCNepUMEHTasIbHbIX YCTAHOBKAX A8 UX KaJIMGPOBKU.

Buénuorpadgus

(1) Kogecc B.H. Tabnuubl cTaHgapTHLIX CNPaBOYHbIX AaHHbIX. TCCC/ 340—2018. Hunobwid. MapaMeTpbl KpucTanmye-
CKoli peleTku. KoadhdpuLimeHT nMHeiHoro TenaoBoro pacluMpenns B guanasoHe Temnepatyp oT 120 K go 400 K. —
M.: ®I'YN «BHANMC», 2018. — 40 c.
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