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HAUMOHANBbHBLIM CTAHOAPT POCCMUCKOWN GPEQAEPALUMN

FocypapcTBeHHasi cuctema o6ecnevyeHust eqQUHCTBA U3MEpPeHUi
CTAHOAPTHBIE CNPABOYHbIE AAHHBLIE. HUOBUM

MapameTpbl KPUCTANSTUYECKOWU PELLETKM.
KoadduumeHT nuHenHOro TennoBoro paclwMpeHus B auanasoHe temnepartyp ot 120 K no 400 K

State 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

Aara BBeaenuna — 2019—03—01

1 ObnactTb NnpuMeHeHus

Hacroswuii ctaHaapT pacnpoCcTpaHAETCA Ha CTaHAapPTHbIE CNpaBoYHbIE AaHHbIE HUOOUSA, 6a30BYIO Xa-
PaKTEPUCTUKY KOHAEHCUPOBAHHOIO BELLECTBA — NAPaMEeTPOB KPUCTANMNUMUECKOW PELLETKM B Cchepuyeckmx
MOHOKpUCTannM4Yecknx obpasLax KUCnopoaa v Ha AaHHble O BENMYMHaAX KoddpduumeHTa NMHENHOrO Teno-
BOrO paclumMpeHusi B guanasoHe temnepatyp ot 120 K go 400 K.

2 HopmaTtuBHbI€ CCbISIKN

B HacTosiLeM CTaHgapTe MCNONb30BaHbl HOPMATUBHbLIE CCbINKM HA CrieayloLue CraHaapThl:

FOCT 34100.3 HeonpeaeneHHOCTb u3MepeHua. Yacte 3. PykoBOACTBO NO BLIPAXEHUIO HeonpeaeneH-
HOCTU n3MepeHunsa

FOCT P 8.614 locynapcTBeHHas cuctema oGecneveHus eauHCTBa u3mepeHuin. MocyaapCTBeHHast
cny>0a craHAapTHLIX CMPaBOYHbLIX AaHHbBIX. OCHOBHbLIE MONOXEHUSA

MpumeyaHue — [pu NonL30BaHUN HACTOSALWNUM CTaHAAPTOM LenecoobpasHo NPoBEPUTL AeCTBUE CChINOY-
HbIX CTaHAApTOB B MHGPOPMALIMOHHOI cucTeMe obLLero Nonb3oBaHUs — Ha oduumuansHoM caiiTe defepantHoro areHT-
CTBa MO TEXHWYECKOMY PErYIMPOBaHUI0 U METPONOTUK B CETU MHTEPHET MNU NO EXErogHOMY MH(OPMaLIMOHHOMY yKa3a-
Tento «HauMoHarnbHble cTaHAapThI», KOTOphIA OMy6nuKoBaH NO COCTOSIHUIO Ha 1 AHBaps TeKyLUero roga, U no Bbinyckam
€XeMeCsMHOro MHOPMaLMOHHOrO yKkadaTens «HauuoHaneHele CTaHgapThl» 32 TekyLui rog. ECnu 3aMeHeH CChinoYHbIi
CTaHzapT, Ha KOTOpbI faHa HeaaTUpoBaHHasi Cobifka, TO PEKOMEHAYETCS UCMoNb30BaTh AeHCTBYOLLYIO BEPCUIO STOTO
cTaHzapTa ¢ y4eTOM BCEX BHECEHHbIX B JaHHYIO BEPCUIO U3MEHEHWIA. Ecrin 3aMeHeH CChiNoYHLIN CTaHAapT, Ha KOTOpLIi
AaHa faTMpoBaHHas cchifika, TO peKOMeHyeTcs UCTonb30oBaTh BEPCUIO STOTO CTaHAapTa C yKasaHHLIM BhilLe FOf0M YT-
BEPXKAEHUA (NPUHATUSA). ECnu nocne yTBepXAEeHUS HacTOSLero cTaHgapTa B CCbUTOYHbIA CTaHAApT, Ha KOTOpLIi AaHa
AaTMpoBaHHas CChlfika, BHECEHO W3MeHeHWe, 3aTparvBarollee NonoxeH e, Ha KOTOpPOe AjaHa ccbifika, TO STO MONOXeHNe
pekoMeHayeTcs NpUMeHATh Ges yueTa 4aHHOTO U3MEHEHWS. ECrnu ccbinoYHbIR CTaHaapT oTMeHeH 6e3 3aMeHbl, To Nono-
XeHue, B KOTOPOM JiaHa CCblfika Ha Hero, PeKOMEHAYETCS MPUMEHSATE B YacTu, He 3aTparvBarolleit 3Ty CChINKY.

3 O6wune nonoxeHus

B HacTosLwemM cTraHaapTe npuBeAeHbl 3HAYEHUA CTPYKTYPHbIX XapakTepucTuk METannmyeckoro Huobus
(NDb) 1 gaHHble 0 koadduumeHTe nuHeHoro Tennosoro paciumpeHna (KNTP) no pesynbratamM BbICOKOTOYHbIX
U3MEpPEHUin Ha COBpPeMEHHOM AN PaKTOMETPUUECKOM 060OpyaOBaHUN.

MapaMeTpbl KPUCTaNINYEeCKON PeLleTKU ONUCHLIBAOT CTPOEHUE KPUCTANNIMYECKMX BELWECTB (TUM U pas-
Mepbl SMEMEHTAPHON SYENKM) U ONpeaensioT X MHorne dou3nyeckne CBOMCTBA. OTU AaHHbIE OTHOCHATCH K
0a30BbIM XapakTEPUCTUKAM KOHAEHCUPOBAHHOIO COCTOSIHMA BELLECTBA, OTpakasd BanaHc cun NpUTSHKEHUS 1

N3paHue odpmumnansHoe
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1 OTTasIKUBaHUsi Mexay atomamu. O6bem AYeliku, BbIYUCASEMbIA MO 3TUM fAaHHbIM, W 3HaveHuss KATP npu
HaIMuMN AaHHbIX 4151 Pa3NyHbIX TeMnepaTyp UCNO/b3YHOT MPU NPOEKTUPOBAHUM MaTepUasioB, BKIOYAKLLNX
HMOGWIA, B pa3NnyHbIX ycTpoicTBax. [uanas3oH, B KOTOPOM WUCMONb3YHT HUOGMIAcoAepxalive martepuassbl,
BK/OHAET TemMnepaTtypbl OT HU3KUX A0 NpeAefibHO BbICOKUX Temneparyp.

Tabnuubl CTaHA4APTHLIX CAPABOYHbLIX AaHHbIX O NapaMeTpax KPUCTa/I/IMYECKOW peLleTkn chepuyecknx
MOHOKPUCTA/I/IMYECKNX 06Pa3L0oB KICNOPOAa B TEXHUYECKOM BbICOKOUMCTOM HMOGWMM NOyYeHbl METOAOM ra-
30TPAHCMOPTHOrO CHHTE3A.

4 OcCHOBHasa 4yacTb

B HacTosiweM cTtaHgapTe Mo pesynbTataM AWIaTOMEeTPUYECKUX U3MepPeHuin KoMNnapaTopHbIM MEeTOAOM
npuBefeHbl CTaHJapTHblE CMPaBOYHbIe JaHHble O napameTpax KpUcTas/Myeckoil pelleTku M O BenuumHax
KNTP Hnobusa B ananasoHe Temnepartyp oT 120 K go 400 K, pa3paboTtaHHbie B cootBeTcTBUM ¢ FTOCT P 8.614
n FOCT 34100.3.

JocToBepHble AaHHble MOMyYeHbl C UCNOJ/Ib30BAHMEM COBPEMEHHbIX PEHTFEHOBCKUX AN pakToMeTpoB
ONA M3MepeHns CTPYKTYPHbIX XapakTepucTuK MOHOKPUCTAN/I0B 1 060CHOBaHHbIX Hay4HbIX paboT.

4.1 lMoaroToBka 06pasLoB

[ns nccnepoBaHWa B HacTOsILLEM CTaHAapTe WCNOMb3ylT 06pasubl U3 Apy3 HUOGUS, C HEGOMbLUMM
(0,3 macc. %) pasnuyHbIM oboratleHnemM KMCIopoaa, NoyYeHHbIX ra30TpaHCNOPTHBIM METOAO0M W3 AOMOMHN-
TE/IbHOr0 OYULLLEHHOTO CbipbsA. O6pasupbl 415 NPEeLU3NOHHbIX U3MEpPEHU i NOAroTaBIMBAIOT U3 KYGUKOB MOHO-
KpUCTa/I/TIMYECKNX Apys3.

[nsi BbICOKOTOYHOrO peHTreHorpadnpoBaHust UCMOJb3YT 06pasLbl cpepryeckoit hopmbl, koTopas Mo-
3B0/1SIET Hanbosiee TOYHO YUUTbIBATb B/INSIHWE MOT/IOLWLEHNSI PEHTIEHOBCKMX Nyyeid npu o6paboTke Andppakum-
OHHOI# KapTWHbI. JnameTp cdepbl NOAGUPAIOT Tak, UTOObI MY4OK, BbIXOASLLMIA U3 KONIMMATOPa PEHTTEHOBCKOM
Tpy6KM, NOMHOCTbLIO OMbIBanl 0bpasel. Cdrepuyeckme obpasubl umetoT gnameTp ot 0,3 MM go 0,4 MM, 4TO
no3BOSIET MCNO/b30BaTb BeECb 06bEM 06pasua 415 namepeHuii. O6beM 1 yCnoBUSA NOMHOTO PEHTTEHOBCKOTO
3KCMepuMeHTa ycTaHaB/IMBAKOT OTAE/bHO A1 KaX0ro KOHKpeTHOro obpasua.

[ns obkaTkn 06pasuoB chepbl NCNONb3YT cneunanbHble YCTPocTBa, uMetowme hopmMy MaocKoro -
NHgpa. B Takom ycTpoiicTBe 3aroToBku (Ky6rnyeckoit chopMbl) Nog BO3A4ENCTBMEM MOTOKA BO34yxa 6bICTPO ne-
peMeLlaTCs Mo Kpyry, YTO NPUBOAMUT K CTAYMBAHUIO YI/I0B O NMPUKIEEHHbIE abpa3uBHbIe LLKYPKU. MocTeneHHo
YMeHbLUas 3ePHUCTOCTb LUKYPKW, MOyYaroT 06pas3Lbl NPaBu/bHOM (hOPMbI C BbICOKOW YMCTOTOW MOBEPXHOCTY.
MpenmyLLEeCTBO UMEIT LUKYPKM C a/IMa3HbIM U Takke BbICOKOTBEPAbIM 3/1b60POBLIM NOKPLITUEM. VICTOUHUKOM
BO3/yXa CNy>XWUT KOMMpeccop, Hanpumep asporpada.

VIckaXXeHHbIi CMO CHMMAlT TpaBneHnem. PacTBop AN XMMUYECKOro MNOAMpOoBaHMA HMOGUS cogep-
XUT: NNABUKOBYH KUC/OTY, CEPHYIO KUCMOTY, a30THYK KUCMOTY, kap6amug u Bogy, COOTHOLLEHME KOTOpbIX B
macc. %, npeacraeneHo B Tabauye 1.

Tab6nunua 1— CoOTHOLWEHME KOMIMOHEHTOB B PacTBOPE A/11 TpaBfieHUss HMo6us

Bewuectso COOTHOLLIEHNE KOMMOHEHTOB, Macc. %
MnaBukoBas kKucnora 5,6—6,2
CepHas knucnota 56,3—46,9
A30THasa kucnota 25,2—25,7
Kapb6amng 0,5—1,5
Boga 20,8—21,3

[ns noarotoBkm 06pasLOB U YyCTAHOBKU UX HA AMAIPaAKTOMETPUYECKYHD CUCTEMY WCMO/b3YHT onTude-
CKUiA BUHOKYNSPHBIV CTEPeoCcKONnMYecknin Mmkpockon Tuna MBC, KoTopbli NO3BONSET NpeaBapuTesibHO onpe-
AenuTb pasmep 1 kadyecTBo hopMbl 0bpasua. 3 noarotoBneHHbIX 06pa3LoB BbiGMpadT obpasel, ¢ Hannyu-
Wweid AMgpPakLMOHHON KapTUMHOI. 3aTemM Npou3BOAST MOHTaX obpasua Ha AepxaTeflb FOHMOMETPUYECKOTO
yCcTpoicTBa. [ANA OUNCTKM AepxaTeneli n MOHTaxa MOHOKPUCTaN/IMYeCcKnX chep UCNOAb3YT CNMPT U Knen-
reflb «<MOMEHT».
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O6pa3seL, NPUKNEUBAIOT HAa cneuuanbHblii gepXXaTenb CO CTEKNMAHHOW HUTBIO (HUTb U Kien obecne4n-
BaIOT OTCYTCTBME [ONONMHUTENBHBLIX AUPPAKLMOHHBLIX pedrekcoB) U yCTaHaBNUBAOT HA TOHUOMETPUYECKYIO
ronosky audpakromerpa. OHUOMETPUYECKYIO TONOBKY (DUKCUMPYIOT B NOCag04HOM rHe3ae roHUoOMeTpa, u
NPOBOASAT IOCTUPOBKY TaK, YToObl 0GpaseL, nonagan MakcumanbHO TOYHO B LEHTP (MepeceyeHne Bcex 0ce)
roHMomMerTpa.

4.2 JkcnepuMeHTanbHaA annaparypa

dukcaumio AnPaKLMOHHO| KapTUHBI ANa onpeaeneHus napamMmeTpoB KPUCTanM4eckon peLueTku npo-
BOAAT C UCMOMb30BAHUEM YCTPOWUCTB AUCPAKTOMETPA, MPUCTABOK CNELManbHON KOHCTPYKLMK U NporpaMm-
HOro obecneveHusi, KOTOpbIE NO3BOMAIOT aHANU3MPOBAaTbL AOCTATOYHO MOJIHYIO AU PAKLMOHHYIO KAPTUHY MO-
HokpuctannoB. OCHOBHas Lukana 6onbLUOro roHMoOMeTpa, UCNonb3yemblX AUdpakToMeTpoB, obecneynsaer
AnanasoH BO3MOXHbIX MOBOPOTOB AeTekTopa A0 120°. MoBOopoThI 00pa3sya OCyLUEeCTBAIT C NOMOLLULIO ApY-
TMX FOHUOMETPUYECKUX YCTPOICTB TakuM 0Bpasom, 4ToBbl 3anonHWUTL BCIO cdhepy U3MEPSEMOro oBpaTHOro
(MMNYNbLCHOTO) NMPOCTPaHCTBa, 06bema dNeMEHTAPHOW siveliku. 3a ANWHY BOMHbI OT M3nyyeHus Mo-aHoga
PEHTreHOBCKOM TPyGKU Ans xapakTepucTuyeckoro usnydvenus (K, 1) npuxumaior 0,070932 HM. B ycunueato-
LLYIO ONTMYECKYIO CUCTEMY BKITHOMAIOT rpacpMTOBLIE MOHOXPOMATOPbLI U KONNUMATOPbl G BHYTPEHHUM OTpaxe-
HMeM. 3a CHET UCMONL30BAHNA XapaKTEPUCTMK PEHTIEHOYYBCTBUTENBHOIO 3KpaHa OCyLLeCTBNAn paboTy ABy-
MEPHbIN AeTeKkTop AndpakTOMETPa, OCHOBaHHbIN Ha CCD-TexHonoruax. Bea cucrema permcrpaumm curHanos
XapakTepusyeTcsa AOCTaTO4HO HU3KMM YPOBHEM LLUYMOB, YTO NO3BOSISAET NPOBOAMTL MCCneaoBaHusa 06pasLoB
manoro obbema. KOHCTPyKLUM AUdPakTOMETPOB, MPUMEHSEMbIE B CUCTEME, MO3BOSIAIOT PErMCTPUMPOBATL OT
1800 no 2500 GparroBckux oTpaxkeHun npu temneparype 300 K, koTopble MCNONb3YIOT ANs pacyeTa napame-
TPOB KPUCTANIMYECKO peLLeTKN (Pa3MepoB SNEMEHTAPHON AYEKN) U 3HaYeHMii KoadpduumeHTos KINTP.

Onsa yBenuyeHns TOYHOCTU MOSyYaembIX AaHHbIX NPU HOPMArbHOW TeMnepaType PUKCUMPYIOT BbICOKO-
yrroBble pednekcol (bonee BbICOKME MOPSAKM OTPAXKEHUW OT CEMEWCTBa KpucTannorpaduyeckux nnocko-
cTeli), KoTopble obecneynBaloT GNU30CTb K YrNy CkonbxeHust 90° W, CrieaoBaTenbHO, MakCUMarnbHO BO3-
MOXHYIO TOYHOCTb. [TOCKONBKY MHTEHCUBHOCTbL Takux GPerroBCkux oTpaxeHuii Ha nopsaku cnabee, yem ans
oTpakeHuii ¢ MansiMn niaekcamm Munnepa, 1o npu pabore audpakToMeTpa UCNONb3YIOT MAKCUMAanbHO BO3-
MOXHbIE 3HAYEHNSA TOKA U HAaNPSHKEHUI PEHTTEHOBCKOW TPyOku u/unu 6onee AnuTenbHOe BPEMSA U3MEPEHUI B
KaXkgon To4Ke 00paTHOro NpOCTPAHCTBA, B KOOPAMHATAX KOTOPOrOo NPOUCX0AUT Npouece uamepeHusi. ObLuee
BpEMS IKCNEpPUMEHTA ANA Kaxaoro obpasua npu HopMarnbHbIX YCIIOBUAX U3MepeHuit cocTaensieT ot 40 ao
90 4 HenpepbIBHON paboTbl AU paKTOMETPA.

Bnok-cxema ancdpakToMETpU4EeCcKon CUCTEMbI NPEACTaBeHa Ha PUCYHKe 1.

Cucrema
BOAAHOIO CkanupoBaHue

OXNaXaeHns
7y OGpasen

Bopa
Ana oxnaxpgeHust

Bolicokoe
HanpsbkeHue

HerexTop

Y
PeHTreHOBCKUiA
PeHTreHoBCKast nyuoK
Tpybka BbixoHbIE
T AaHHble

U 2 > KoHtponnep
[~ Kabens - cyeTuMKa

|_haoernb
FoHMomeTp Kontponnep

roHMOMeTpa

BbICOKOBOMNbLTHLIA [
6nok

leHepatop
PEHTreHOBCKOro KomnbioTep
nanyyeHus

PucyHok 1 — Bnok-cxema AudpakTOMETPUYECKOA CUCTEMBI C UCNOMb30BAaHUEM KOPOTKOBOMHOBOIO U3MNy4YeHNs!
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Ons npoBeaeHust amepeHuin n 06paboTku SKCNEPUMEHTASBbHBIX AaHHbIX C NOCNEAYIOLWMM ONpPeaEneHu-
€M CTPYKTYPHbIX XapakTepuCTUK, YAOBMETBOPAIOLUMX CTAOUIIbHBLIM NapaMeTpam KpUCTanM4eckol peLueTku,
UCMONb3YIOT aTTeCTOBAHHYIO MeToauKy usMmepeHuin [Ne 702/06-09 (®P.1.31.2009.06707)]. Ons noBbIeHUSA
[OCTOBEPHOCTU 3KCNEPUMEHTANbHbIX AaHHbIX NPOBOAAT CPABHUTENbHLIN aHaNU3 C 3TanoHHbLIMW CPEACTBaAMU
M3MEPEHUIA: CO CTaHAAPTHbLIMKU 0BpasuamMm AndpPaKkLMOHHbLIX CBOWCTB MOHOKpUCTannoB, Bknodasa MCO MNPd-4
(MP®-3) kpeMHuii u MCO MPP-9 (MP-1) cunuuua BaHaaus, KOTOPbIE NpeABapUTENBHO U3MEPSIOT Ha TOW e
yCTaHOBKE Ans ee kanubpoBKH.

4.3 OcoGeHHOCTU npoLeaypbl U3MepPeHUi

4.3.1 Peructpauumn gudpakumoHHON KAPTUHbI

Ona perncrpauumn gudpakLMOHHON KapTUHbI YCTaHaBMNMBAIOT PAaCCTOSIHUE KPUCTaNMYecKoro AeTeKTo-
pa paBHbiM 41,5 MM 1 MCMONB3YIOT KonnumMartop ¢ gnametrpom 0,5 MMm. «ByHkepoBky» (06beauHEHME nuk-
cenei unu pasbueHne matpuupbl Ha CyBbnokn) yctaHaBnueaiT 2 X 2, ¢ paspeLleHMeM MaTpuubl AeTekTopa
1024 x 1024 nk. Ans MONMOAEHOBOrO UCTOYHMKA PEHTFEHOBCKOrO U3MydeHus 3HaYEHUA HanpshkKeHUA U ToKa
ycraHasnusatot: 50 kB 1 40 MA unu 33 kB n 50 MA, korga TpeboBanock yCTpaHUTb OTPaXXEHWA, COOTBETCTBY-
toLLue BTOPOIi rapMoHuke (1/2).

4.3.2 lOcTupoBka o6pasua

KOcTupoeky obpasua Nb npoBoaST B pexxvMe pyvyHOro ynpasneHus. Kpuctann cuMtaercs CbloCTUpo-
BaHHbIM, €CNK NpW ABWXEHUU NO MO0 U3 OCEN LIEHTP TAXXECTU o0pasua coBnager ¢ nepekpecTuem Likan
MUKPOCKOMAa U OTKITOHEHUE COCTaBNsieT He bonee 10 MKM.

4.3.3 YcnoBus nusmepeHui

Mpu npoeeaeHun namepenmnini Nb npu HopmanbHbIX YCIOBUAX M3MepeHUit 0GbiMHO cobnioaaloT cneayio-
LLue ycrnoBus:

- Temneparypa Bo3gyxa — B gnanasoHe 297 K—300 K [(24 °C —27 °C)] £2;

- atmocdepHoe aaeneHne — 84—106,7 kla (690—800 mm pr. cT1.);

- OTHOCUTENbHAas BNAaXXHOCTb BO3ayxa — He 6onee 80 % npu Temneparype 25 °C;

- HanpsbkeHue NUTaHust aNeKTpoceTn Ans oagHodasHoro Toka — 200—240 B.

C ucnonb3oBaHUeM NporpaMmmHoro obecneveHus obpaser, NOBOpaYMBaOT NOCNEAOBATENLHO CO BCEMM
BO3MOXHbIMU MOBOPOTaMM, 4YTOObI 3ahMKCMPOBATb HA AETEKTOPE UHTEHCUBHOCTb OTPaXKeHHbIX Andparnpo-
BaHHbIX Ty4yeil ¢ 6onee nonHbIM usobpaxeHuem chepbl 06paTHOrO NpocTpaHcTBa (cdepbl SBanbaa). Mpu
nosopote 06pasLia pasnuuHbie 0TpaXkaloLLue aTOMHbIE NNOCKOCTW NPOXOAAT Yepes NONOXEHUe, Npu KOTOPOM
BbIMOMHSETCA YCNOBUE, COOTBETCTBYIOLLEE 3akOHY Bparra-Bynbda.

MepByio TUNOBYIO NPeABaPUTENbHYIO CLEMKY ANA NPOBEPKU Kaxkaoro obpasua Ha COOTBETCTBME UCChe-
ayemoli ¢hase 1 aAnst OLUEHKN YPOBHA COBEPLUEHCTBA BELLECTBA Npou3BoasAT ¢ o6wumM BpemeHem 5—10 MuH
Ans npobHOro onpejeneHnsl NapaMeTpoB PeLeTkn KpucTanna KOHKpeTHoro obpasua. Mo okoH4aHuu aTow
CbLEMKM OLIEHUBAIOT OTNIMUYME NAPAMETPOB PELLETKN KpUCTanna oT oxuaaeMblx, NPOLIEHTHOE OTHOLLEHNE YUC-
na oTpaxxeHuil Ha AUPAKLMOHHONW KapTUHE, YAO0BNETBOPAIOLMX BbIOPAHHOMY TUMNY 3NEMEHTAPHON SA4YENKK.
[anee oLeHUBAIOT KA4ECTBO ANPAKLIMOHHON KAPTUHBI B LIENOM, BKNOYaA popmy AN pakLMOHHBIX MAKCUMY-
MoB. Ha ocHOBaHuM aHann3a NPUHUMALOT peLueHue 0 ganbHelwen pabore ¢ AaHHbIM 00pa3LOM.

[nsa o6pa3ua Nb, BbIGpaHHOTO U3 NapTUK, NPOBOAAT BTOPYIO NPEABAPUTENBHYIO CbEMKY C 00LLMM Bpe-
MeHeM 3Kcno3uummn 60—120 MUH ANA OLEHKM NApaMeTpoB OCHOBHOIO akcnepumenTa. OLeHUBaloT 40CTYNHOE
pa3speLueHre U BpeMsl IKCMO3ULIMK ANA Pa3HbiX NONOXEHWI AeTekTopa No yriy ckonbxenus (8) ansa obecne-
yeHusi TpebyemMoro ypoBHSi CTaTUCTUKU 3MEPEHUA MHTEHCUBHOCTEN 3a JOCTYNHOE BPEMSA NPOBEAEHUSA BCETO
akcnepumeHTa ot 90 A0 120 y. 10 OKOHYaHWUM SKCNEePUMEHTa NPOBOAAT 0OpPabOTKY NONYYEHHbIX AAHHbIX C
Bblgayven pannos, HeOOXoAUMbIX ANA AanbHENLWEro CTPYKTYPHOrO aHanusa.

4.3.4 Obpaborka AaHHbIX

O6paboTKy AaHHbIX U3MEPEHU NPOBOAAT C NPUMEHeHneMm nporpammHoro nakera CrysAlis. Onpege-
rieHue napaMeTpoB ANEMEHTAPHON AYENKN OCYLLECTBAAIOT NocneaoBaTenbHO. CHavyana npoBOAST MOUCK OT-
paXkeHUi Ha Kaxxgom dperime u onpeaensior AYenKy, pasMepbl KOTOPOM ya0BNETBOPAIOT He MeHee 90 % 3a-
(PUKCUPOBAHHBIX PeNEKCOB. 3aTeéM YTOYHAIOT UHCTPYMEHTaNbLHYIO MOAENb, COOTBETCTBYIOLLYIO MapameTpam
peLueTku Kpucrarsnsa no yrouHEHHOMY HaGopy AUMPAKLMOHHBLIX OTPAXXEHNIH U UCNONBL3YIOT NporpaMmy Ans
nposeaeHus NpoUnbHOro aHanu3a, CoCTOALLEro U3 AByX 3Tanos:

1) onpeaenenue ¢poHa u rpaHuL NUKOB;

2) nony4vyeHue UHTerpanbHbIX UHTEHCUBHOCTEN.
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3aBepLueHne o6paboTku OCYLLECTBRAT CrneayowMmMmu AENCTBUAMU: CHavana BHOCAT BCE 3HaYUMbIE
nonpaekn B UHTEHCUBHOCTU, YTOObI MU3MEPEHHbIE BENMUYUHBI NPUBNN3UNUCE K KWHEMATUYECKON LUKane, 3aTem
nporpammon CrysAlis BBoAAT nonpasku Ha adpdhekT JlopeHua n Ha nonspusaumio.

4.4 Mpoueaypa onpenerieHUA NnapaMeTpoOB KPUCTANSTUYECKON PelleTKH

[lns pacyeTa 3HaYEHN NapamMeTPOB PELLETKM UCTIONb3YIOT 3HAYEHUS YINOB 6, COOTBETCTBYIOLLMX MaKCH-
MyMam pacnpeeneHns MHTEHCUBHOCTE GPerroBCKUX OTPaXEHWUI, U COOTHOLLEHUE, CBA3LIBAIOLLEE 3HAYEHUS
ME>KIMOCKOCTHBIX PACCTOSAHUI C STUMU Yrnamu

2d sin 6 = nj, )

rae d — MEXMNNOCKOCTHOE paCcCTOSIHUE, HM;
6 — yron CKonbXeHus nyyen,
n — nopsagok otpaxenus (1, 2, 3...);
A — ANKUHA BOMHbI UCMONb3YEMOTO U3Ny4YeHUs.
Onsa pac4eta pasmepoB «ay» aNeMeHTapHon A4eikmn (kBagpatuyHbie OpMbl) C KyBuueckol cuMMeTpueii

MCNONb3YIOT qJOpMyJ'Iy
aKy6 =dhk/Vh2+k2+I2. (2)

MockonbKy Npu U3MEHEeHMU TeMnepaTypbl M3MEHSAIOTCA NapaMeTpbl peLeTkn obpasua, T0 UMEET Mme-
CTO U3MEHEHWUEe HabnogaembiX 3HaYEHUA YrnoB 6 AnA MakCUMyMOB BperroBckux oTpaxkeHuin. MNogaepxaxHue
Tpebyemoii TemMnepaTtypbl N 3aAaHHOTO TEMMNEPATYPHOro pexuma uccrnegyeMbix 06pasLos NpoBoOAAT Ha
andpaktomerpe XCalibur pupmbl Rigaku-Oxford Diffraction ¢ TouHocTblo 0 0,5° B AuanasoHe Temneparyp
ot 298 K no 300 K. Temnepartypy o6pasua U3MepstoT NOBEPEHHbIM U3MEPUTENEM TEMMEPATYPbl 1 BNAXHOCTH
MBTM-7, pasmeLleHHbIM B HENOCPEaCTBEHHON Bnn3octu ot 06pasua ¢ 4OBEPUTENbHO NOrpeLuHocTbio 0,7 K.

AucbpakunoHHasa KapTuHa U3 dpenma, 3achMKCMpPOBaHHOIO NPU HEBLICOKMX yrnax, npeacrasneHa B [1].
dopma audpakUMOHHbIX NATEH HA AndpakTorpamMmmMax nokasbiBaeT XopoLuee ka4ecTBo o6pasua, BbiIbpaHHOro
AnNA nocneayoLwero aHanusa scei AN pakLMOHHON KapTUHBI.

[nsa pacyeTa napaMeTpa KpUCTaninyeckon peLlieTkn (PasmMepoB ANEMEHTAPHON PELLETKU) UCNONb3YIOT
N3MepeHHbIN obpasel, ¢ 4OCTaTOMHO HU3KMM coaepXkaHnmem kucnopoga, Ao 0,3 macc. %. 3HaveHua pesynb-
TaToB paccuMTbIBAET NpOrpaMma B XOA€e KaXK0N cepuM YTOMHEHUsi pasmepoB AYenku no Habopy. Kaxpoe
yTOUHEHue (Cepuio) NOBTOPSIIOT HECKONbKO pas, A0 TEX NOpP, NoKa B pe3ynbTarte nocneaoBatenbHol 06patoTku
MacCHUBa HE HAYMHAIOT NMOBTOPSATLCA 3HAYEHUSI NAPAMETPOB B MpeAenax 3HaYeHUs NOrpeLuHOCTU (3HaYeHus
OZHOI CUTMbI).

B Ttabnuue 2 npueeaeHbl pe3ynbrarbl pacyeToB Ans BbICOKOYINOBOrO Anana3oHa. 310 COOTBETCTBYET
yrny yctaHoBku aetektopa 113° no wkane 20 (wkana nepemeLyeHns aetektopa). MNpu NOBTOPHbIX JKCNepu-
MEHTax, NPOBOAMMBIX NMPY NOBOPOTe 06pa3sLa Ha AepXaTtene 1 AONONMHUTENLHON NPOBEPKU IOCTUPOBKK, MOCNE
nosopoTa Aepxarens, BbioUpalorT cpeagHue 3HadyeHus ans kaxaoro obpasua. 3ateM Boibupaiot cpeaHee 3Ha-
YeHue OT BCeX UCCNEeAoBaHHbIX 00Pa3LIOB, KOTOPOE BKMIOYAIOT B TAONULY CTaHAAPTHLIX CNPABOYHbIX JAHHbIX.

Tabnuuya 2 — Pesynsrathl onpefeneHust napaMeTpa KpUCTaNiMYeckon peLleTkn (pasmepa anemMeHTapHON SYeiiki)
ANA o-pasbl MOHOKpPUCTaNUYeckoro H1O6Us Mo AaHHbLIM BLICOKOYITIOBOIO AnanasoHa

Ne cepuu NapameTp, HM

1 0,330587(6)

2 0,330652(3)

CpenHee 0,330620(46)
MpuMedaHue—B Kpyrnbix ckobkax NpuBefeHbI YUCTOBbLIE 3HAYEHNA NOTPELUHOCTE| KaXa0oW Cepun U3MEepPEHWiA.

B Tabnuue 3 npueeaeHbl pe3ynbTartbl MU3MEPEHWI NApamMeTPOB PELLETKU (TEXHUYECKOro) YMCTOr0 HU-
00K, NonyYeHHble B pasnuyHbIX opraHu3auusax, skmovaa HUCT CLUA, npeacrasneHHble B 6ase mexayHa-
POAHOrO LEHTpa cnpaBoYHbIX (pedepeHTHbIX) AUcpakuMOHHbIX AaHHbIX (ICDD, PDF-2) BMecTe co cpeaHum
3Ha4YeHnem Tabnuupl 2.
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Tabnuua 3 — Pesynsrarbl onpegeneHus napaMeTpa KpUCTaniMYeckon pelueTku Ansa obpasuos HMobus Bmecte ¢
AaHHbIMKM U3 6asbl ICDD (PDF-2)

a, HM lop Ccbinka
0,330620(46) 2018 BHUMMC
0,33063 1975 [26]
0,330656(2) 1959 [27]
0,33066 1938 [28]
0,33066 1985 [29]
0,330681 1959 [30]
0,33065(1) CpeaHee
Mpwu MeuyaHue 1 — B kpymbix ckobkax npuBegeHbl YUCNOBBIE 3HAYEHUS MOrPELLHOCTEN KaXAon cepuu
U3MepeHuit.
] [1I‘]I puMmeyaHue 2— B kBagpaTHbIx ckobkax npuBegeHs Gubnuorpaduyeckue cCbinku, KOTOpble NpeaCcTaBneHbI

AHanu3 3Ha4yeHui NapameTpoB, Npe/iICTaBNeHHbIN B Tabnuue 3, NOKa3sbIBaET, YTO COOTBETCTBUE AAHHbIX
[10CTaTo4HO BbICOKOE. [103TOMY B Ka4eCTBE CTAHAAPTHOrO CNPABOYHOIO AAHHOIO ANl TEXHUYECKU BbICOKOYM-
CTOro HMOBMA ¢ ManbIiM CoaepXXaHueM Kucnopoga pekoMeHayoT 3HaveHune a = 0,33065(1).

4.5 [laHHble O TEnsIOBOM pacliMpeHun HUoo6usA, koadpduumueHTe FUHEHHOrO TEnsOBOro
pacwupeHus B avanasoHe temneparyp ot 120 K no 400 K

Tennosoe pacwmpenue (TP) BewwecTs U maTrepnanos ONpeAensiioT Ha OCHOBE y4eTa aHrapMOHUYECKNX
a(pheKkToB B AMHAMMUKE KPUCTANNMYECKON peLleTkM. 3HaYeHUe TEMnoBOro pacluMpeHus NpsMo nponopuu-
OHanbHO KOAPMPULMEHTY aHFraPMOHUYHOCTU B Pa3NOXEHUN NOTEHUUANbHOW 3HEPrUM U UMEET OAUHAKOBLIN
C HMM 3HaK, BKNoYas BKNaabl pasnuyHoi Npupoabl, Porib KOTOPbIX NpeobnagaeT B pasHbiX TEMNEepPaTypPHbIX
AunanasoHax no-pasHomy.

HanGonee TouHOE CpaBHEHME pe3ynbTaToB onpegeneHust TP OCyWeCTBNAIOT NO pesynbtataM U3me-
peHUs YANUHEHUI Pa3MEPOB aHaNM3NPYEMbIX BELLECTB U Marepuanos. CXoaHble faHHbIe Pe3ynLTaToB He-
NOCPEACTBEHHbLIX M3MEPEHUI YANMHEHUS HE BCErAa NMPUBOASITCA B Pa3fnUYHbIX UCTOMHMKAX. MoaTtomy AnA
YCTaHOBMNEHUS XapakTePUCTUK BOCNPOU3BOAMMOCTU PE3ynbLratoB U YPOBHA AOCTOBEPHOCTM COMOCTaBneHue
[JaHHbIX pa3HblX aBTOPOB OCYLLECTBASAIOT Mo 3HaY4eHusAM KITTP ¢ y4eTOM UHCTPYMEHTanNbHbIX 0COBEHHOCTEN
ycTaHoBOK ansi onpegenenun KIMTP. MNpu nonyyeHun 3Ha4YeHun KOIP(PUUMEHTOB TENNOBOMO pacLUMpEHUs
(KTP) ncnonb3yloT AaHHbIE 00 yANMHEHUsIX NPU ABYX Pa3HbIX TeMneparypax, Yto npuesoauT k hopmuposa-
HUIO AOMOSTHUTENbLHOTO pacyeTa HeonpeAeneHHOCTEN. 3aTeM 3HaYeHne PasHOCTU PasMepoB, OTHECEHHOW K
MCXOOHOW BENUMUYMHE pasMepa dMEMEHTApHOM SYEHKU U K BENMUUYUHE PA3HOCTU TeMNepaTyp, NPUNUCLIBAIOT K
3HAYEHUIO ANs CepeAuHbl MHTEpPBana TeMNeparyp, Npu KOTOPbIX NPOU3BeAeHO nsMepeHune. [lononHUTensHO
TOYHOCTb U YPOBEHb JOCTOBEPHOCTU AaHHbLIX 0 KTP onpeaensioT No cornacoBaHuio AaHHbIX, NONy4aeMbIX Ha
AUNaToMeTPUYECKUX YCTPOUCTBAX, CKOHCTPYMPOBAHHbLIX HA Pa3fuYHbIX PU3NYECKUX NPUHLUMNAX U cnocobax
nepeaavv eaMHULbI ANMHBI, @ TAKIKE C YYETOM TOYHOCTU U3MEPEHUS TEMNEPaTypbl U BENMYUHBI TEMNEpaTyp-
HOro uHTepBana. Hambonee agekBarHO pe3ynbTarbl NOMy4aloT Ha YCTPOWCTBAX ANSl PEHTIeHOBCKOW Aunaro-
METPpUU, B KOTOPOI ZlaHHbIE MONYYaIOT HENOCPEACTBEHHO MO ONpeAeneHuIo pasmMepoB SNEMEHTAPHON AYENKu
KpUCTannMyeckoil pelueTtku Bewjectsa. B apyrux metogax tpebyetca 6onee TulatenbHbIl y4eT COCTOAHUA
aHanuM3MpyeMoro BeLLeCTBa, Tak kak NpuobpeTaloT MHOTAA peLlaloLee 3Ha4YeHne Hanuume nop, ra3oo6pasHbIX
npuMeceit u Apyrux 0NONMHUTENbHbLIX CUCTEMATUYECKMX BKNAA 0B, BKNOYasa BKNAAbl MUKPO- U MAKPOCTPYKTYp-
HbIX (PaKTOPOB, ONPEeAEnsIoLMX PasMepP U TEMN €ro U3SMEHEHUA B PasNUYHbIX TEMNEPaTYPHLIX UHTEpBanax.

BbiGop uHTepBana Temnepatyp ans onpeaenenus KITP cBA3biBaloT ¢ pasnuyHON NPUpPoAON BKNaaos
B TENMNOBOE pPaCLUMPEHUE N COOTBETCTBEHHO C U3MEHEHUEM xapakTepa ysenuyeHuns sHadeHus KNTP npu no-
BbILLIEHWM TeMneparypbl OT abCconioTHOroO Hymsl. MNpu M3mMepeHun yMeHbLIAoT TeMNEepaTypHbIi MHTEpBan, B
KOTOpOM npoucxoaut onpeaenernue KINTP. ina knioueBbix Marepnanos u3MepeHus NpoBoAsAT C MHTEPBASIOM
ot 1 ao 10°. [Ina u3ydyeHus a3oBbIX NEPEXo0B TEMNEPATYPHbIN MHTepBan cokpawaiot o 0,1° B obnacru,
NPUMbIKAIOLLEN HEMOCPEACTBEHHO K KPUTMYECKON ToUke (da3oBoro nepexoaa. [ins craHaapTHbIX JaHHbIX pac-

6
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LUIMpEeHne nHTepeana temneparyp ceobiwe 100° HenpurogHo (cMm. [1]). STWU AaHHbIE UCNOML3YIOT TOMNLKO ANs
npeaBapuTENbHON OLEHKN.

Ona Tabnuy cTaHAapPTHBIX CNPaBOYHbLIX AaHHbIX MCNOMb3YKT TEMNEpaTypy UnuM AvanasoH Temneparyp
BOMM3KN KOHKPETHOIO 3a4aBaeMOro 3Ha4yeHus. «PenepHon» TOYMKOM CYMTAIOT TeMnepaTypy, KoTopas COOTBET-
CTBYET HOPMAarnbHbIM YCNOBUAM U3MepPEHURn, T. €. BOnu3m Temnepatypol 300 K (23 °C—27 °C), ucnonb3y4,
HanpuMep AN cpaBHeHMs Haunbonee AOCTYNHbIN Anana3oH Temnepartyp ot 280 K go 350 K, B kOTOpOM pe-
3ynbTaTbl U3MEPEHUI 4OCTATOUYHO XOPOLLO COTMAacyoTCs Mexay CoOoN.

COOTBETCTBYIOLME Pe3ynbTaThl B Pa3fUYHbIX AnanasoHax Temneparyp ans Huoous npusoaarcs B [1].

4.6 1oCTOBEPHOCTb AAHHbIX

[OCTOBEPHOCTb MOSYYEHHbIX AaHHbIX N0 3HAYEHUSAM BENIMYMHBI NapaMeTpa KPUCTanIMYeckon peLueTku
n KITTP oueHuBaloT No pesynbratam COBMECTHOWN 00paboTkn cepun M3aMepeHuin n CpaBHEHMEM PEKOMEHAO0-
BaHHbIX C OOOCHOBAHHbLIMW AAHHBLIMU Pa3NU4YHbIX UCTOYHUKOB. CTaHAApTHOE (CpegHeKkBagpaTuyeckoe) oT-
KITOHEHME B YCIOBUAX NMOBTOPAEMOCTU (CXOAMMOCTU) CPEAHUX 3HAYEHUW MO pesynsratam ABYX CEepuil He-
3aBUCUMbIX n3mepeHuin cocraensetr 0,00046 HM. [Ina obecrnevyeHnsa BbICOKOW AOCTOBEPHOCTU MOMNYyYEHHbIX
pe3ynsTaToB MPOBOAST NpPeABapuUTENbHbIE M3MEPEHUs TOCYAapCTBEHHbIX CTAHAAPTHLIX 06pa3uoB aAndpakum-
OHHBIX CBOWCTB Ha TEX e 9KCMEPUMEHTATbHbIX YCTAHOBKAX ANS WX KanuOpoBKu.

Bubnuorpadguna

[11 Kopecc B.H. Tabnuubl cTaHgapTHBIX cnpaBoYHbIX faHHblX, FTCCCO 340—2018. Huobwuid. MapameTpbl kKpuctannuye-
ckol pelueTkn. KosdDULUEHT IMHENHOMO TENNOBOro pacluMpeHus B juanasoHe Temnepatyp ot 120 K go 400 K. —
M.: ©IYMn «BHUMMC», 2018. — 40 c.



rOCT P 8.949—2018

YOK 669. 539.5-536:006.354 OKC 17.020

Knioyesble croea: MocyaapcTBeHHas cuctema obecneyeHuss CpeAcTB U3MEPEHUsl, CTaHAapTHbIE CrpaBoY-
Hble AAHHbIE, CTPYKTYPHbIE XapaKTepuCTUKU BELECTB, ANdPaKLIMOHHbIE CBOWCTBA, NAapaMeTpbl KpUcTannumye-
CKOW peLueTKu, Ko3hMDULMEHT NUHERHOTO TENNOBOTrO pacLUMPEHUsi, HUOBUI, MOHOKPUCTaNTbI, CTAaHAAPTHbIE
06pasLibl AN PaKLMOHHBIX CBOINCTB, BbICOKAA TOYHOCTb, BOCNPOU3BOAUMOCTb U JOCTOBEPHOCTb PE3ynbratos

B3 12—2018/49

Pepaktop H.A. ApayHoea
TexHudeckuid pegaktop B.H. pycakosa
Koppektop O.B. flasapesa
KomnbtoTepHas BepcTka M.A. Hanelikunol

CpaHo B Habop 05.12.2018.  MognucaHo B nedats 13.12.2018.  dopmar 60><841/8. [apHUTYpa Apuvan.
Yen. ned. n. 1,40. Yu.-u3g. n. 1,24.
MoAroTOBIEHO Ha OCHOBE aMeKTPOHHOW BepcuM, MpeaocTaBneHHol pa3paboTYnKkoM cTaHaapTa

Co3gaHo B eAuHUYHOM ucnonHeHun Oryr « CTAHOAPTUHO®OPM» ansa koMmnnekToBaHus deaepansHoro
MH(OPMaLMOHHOTO GhoHAa cTanaapToB, 117418 Mocksa, Haxumosckuii np-T, 4. 31, K. 2.
www.gostinfo.ru  info@gostinfo.ru


https://meganorm.ru/Index2/1/4293777/4293777893.htm
https://meganorm.ru/Index2/1/4293777/4293777893.htm
https://meganorm.ru/Index2/1/4293777/4293777893.htm

