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MNpegncnosne

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
peryMpoBaHuio 1 MeTposiornn ot 4 aekabps 2018 r. Me 1056-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 CMPABOYHbIE JAHHbBIE. MOTMBAEH

MapameTpbl KpucTannnyeckon peweTkn. KoappuumeHT nMHERnHOro TeN1I0BOr0 paclimpeHns
B AnanasoHe Temnepatyp ot 90 Kao 350 K

Slate system for ensuring the uniformity of measurements. Standard reference data. Molybdenum.
The parameters of the crystal lattice. Coefficient of linear thermal expansion in the temperature range from 90 K to 350 K

[Jata BBefeHus — 2019—03—01

1 O6nactb NPUMEHEHUSI

HacToswwmin ctaHgapT pacnpocTpaHAaeTca Ha CTaHAapTHbIe CrpaBoyHble JaHHble MonubaeHa, 6a3oByto
XapaKTepPUCTUKY KOHAEHCMPOBAHHOIO BELLECTBA — MapamMeTpbl KpUCTa/IMYECKON peLleTkn 1 Ha AaHHble O
Be/IMYMHax KoadphmuymeHTa NMHeRHOro TENI0BOIO paclunpeHns B Anana3oHe Temnepatyp ot 90 K go 300 K.

2 HopmaTuBHble CCbI/IKU

B HacToALleM cTaHAapTe UCMOMb30BaHbl HOPMATUBHbBIE CCbIJIKU Ha criegylolme ctaHaapTbl:

FOCT 34100.3 HeonpegeneHHOCTb n3mepeHus. Hactb 3. PyKOBOACTBO MO BbIPaXeHUIO Heonpeaenex-
HOCTU U3MepeHns

FOCT P 8.614 locypapcTBeHHass cuctema obecrneyeHuss efuHCTBa U3MepeHuil. ocygapcTBeHHas
cnyx6a ctaHfapTHbIX CNPaBOYHbIX faHHbIX. OCHOBHbIE MOMOXEHUSA

MpumMmeyaHue — lMpu NOML30BAHUM HACTOALMM CTaHAAPTOM LieNecoobpa3Ho NPOBEPUTL AECTBUE CCbINOY-
HbIX CTAHAAPTOB B MHAIOPMAaLMOHHOI cUCTEME 0BLLEro No/b30BaHNS — Ha O(ULMaIbHOM caiire ®eaepasibHOro areHT-
CTBa MO TEXHWYECKOMY Pery/IMpoBaHuI0 U METPOSIONU B CETU VIHTEPHET UK MO EXErogHoMy WHOPMAaLMOHHOMY yKa3a-
TeNo «HauMoHabHbIE CTaHAAPTbI», KOTOPbIK ONy6/IMKOBaH MO COCTOSIHMIO Ha 1 AHBAPsA TEKYLUEro rofa, U no Bbinyckam
€XeMeCsYHOro MHhOPMAaLMOHHOTO yKa3aTens «HaunoHabHble CTaHAapTbl» 3a TekyLwii rog. ECiv 3amMeHeH CCblIOYHbIl
CTaHAapT, Ha KOTOpbI AaHa HeAaTMpPOBaHHAs CCblIKA, TO PEKOMEH/YETCsl UCMOo/b30BaTh AEACTBYIOLYI0 BEPCUIO TOMO
cTaHjapTa C y4eTOM BCEX BHECEHHbIX B JaHHYI0 BEPCUIO U3MEHEHUIA. ECIM 3aMeHeH CCbINIOYHbIA CTaHAapT, Ha KOTOpbIi
[aHa [aTMpoBaHHas CCblfka, TO PEKOMEHAYETCS UCMO/b30BaTh BEPCUIO 3TOMO CTaHAApTa C yKasaHHbIM BbilLE rO4oM yT-
BepXaeHns (NpuHATUSA). ECnn nocne yTBepXAeHUs HACTOALLEro CTaH4apTa B CCbIMIOYHbIA CTaHAAPT, HA KOTOPbIi faHa
[aTUPOBaHHas CCbl/IKa, BHECEHO M3MEHeHWe, 3aTpar1BaioLLEee MosoXeHNe, Ha KOTOPOE AaHa CChISIKa, TO 3TO MNOSIOXKEHME
pEeKOMEeHAYeTCsl NPUMEHATL 6e3 ydeTa JaHHOrO U3MeHeHus. ECY CCbIOYHbIA CTaHAapT OTMeHeH 6e3 3aMeHbl, TO NoJo-
XEHWe. B KOTOPOM JjaHa CCbifIKa Ha HEro, PEKOMEHAYETCS MPUMEHSITL B YACTMW, HE 3aTParMBaroLLeli 3Ty CCbI/Ky.

3 O6Lwue nonoxeHus

B HacToslleM cTaHfapTe NpuBeAeHbl 3HAYEHUSI CTPYKTYPHbIX XapakTepuUCcTUK METaIMYeckoro Monne-
aeHa (Mo) u gaHHble 0 KoadhdmumeHTe MHelHoro Tennosoro pacwupenus (KNTP) no pesynbtatam BbICOKO-
TOYHbIX M3MEPEHW Ha COBPEMEHHOM A pakTOMEeTpMYeckom 060pyL0BaHUN.

OTAnYMTENbHbIE NPU3HAKM MO BbITEKAKOT U3 €70 CTPYKTYPHbIX XapakTePUCTHK, BKIOYas KpucTaniorpa-
dhrueckne. 3NEKTPOHHbIE XapaKTePUCTUKN, CTPOEHNE N AVHAMUKY KPUCTaUITMHECKOW peLLeTku.

MapameTpbl KPUCTaI/IMYECKOW pPeLeTky ONUCbIBAOT CTPOEHWUE KPUCTA/I/IMYECKMX BeLLecTB (Tun u pas-
Mepbl 3/1EMEHTAPHOIN fiuelikn) N onpesensoT UX MHOrMe usnmyeckme cBoCTBa. DTU AaHHble OTHOCATCA K
6a30BbIM XapakTepucTkam KOHLEHCUPOBAHHOMO COCTOSIHUA BellecTBa, oTpaxas 6anaHc cun NpuUTsXeHWs

W3paHue ouymansHoe
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N OTTaNIKMBAHMA Mexay aToMamu. O6BEM AYelikv, BbIYMCNSEMbIA MO 3TUM AaHHbIM, W 3HauyeHus KATP npu
Ha/IMuMKn faHHbIX AN pas3INYHbIX TeMnepaTtyp UCMosb3YoT NP NPOEKTUPOBAHUN MaTepuasnios, BKIOYAOLLMX
MONn6AEH, B pas/MyuHbIX YCTpoiicTBax. TemnepaTypHbIii Agnana3oH, B KOTOPOM UCMOMb3YyOT MonmbaeHcogep-
Xauve martepuasibl, 0XxsaTblBaeT TeMnepaTtypbl OT NpeAesibHO HU3KMUX A0 NPefesibHO BbICOKMX.

MonunbaeH OTHOCAT K CTpaTernyeckn BakHbIM matepuanam. Ero ucnosnb3yloT B UACTOM Buie, B BUAE
nervpyowen fo6aBkn B CTanAxX pas/IMYHOro HasHauyeHvs, B BUAE KOMMNOHEHTa Pas/IyHbIX HEOPraHN4yecknx n
OpraHNYecknux coeavHeHui.

4 OcCHOBHasl YacTb

B HacTosilemM cTaHgapTe No pesynbTaTtam AnnaToOMeTpUYecKknX N3MepPEeHUin KoMNapaTopHbIM MeTOA0M
npuBefeHbl CTaHAapTHbIe CrpaBOYHble AaHHble O napameTpax KpUCTa/I/IMYECKOW pellieTkn U O BenymMHax
KNTP Mo B gnanasoHe ot 90 K go 300 K. pa3pa6oTaHHble B cooTBeTcTBUM ¢ TOCT P 8.614. TOCT 34100.3.

[locToBepHble AaHHble MoyYeHbl C UCNOMNb30BaHNEM COBPEMEHHbIX PEHTTEHOBCKUX ANIPaAKTOMETPOB
ANS N3MEePEeHUst CTPYKTYPHbIX XapakTepUCcTUK MOHOKPUCTaIIOB U 060CHOBAHHbIX HAaY4YHbIX paboT.

4.1 TMoproToBka o6pasuoB

[na vccnepoBaHuA B HacToslleM CTaHAapTe MCNONb3ylT 06pasubl, Bbipe3aHHble W3 MPYTKOB MO-
nmbaeHa. AONO/THUTENbHO OYMLLEHHbIE MEeTOAO0M 30HHOW NNaBkW, B XO4e KOTOPOI BblpalyMBalOT HECKObKO
MOHOKpuCTanioB Tuna «MmpegmeT». CogepxaHue npumeceli Ha 34 anemeHTax OLEHVBatOT MO pesynbTatam
N3MepeHnin MUKPOh/lyopecLeHTHbIMY MeToAaMU, NPOBEAEHHbIMU Ha cnekTpoMmeTpe M1 «Mwuctpanb» cup-
Mbl Bruker. na aHanv3a MCNOMb3YIOT COCTaB ABYX MOHOKpUCTaIMYecknx obpasuos no 10 namepeHnsm B
KaX0oM Ha BO3MOXHOCTb nNpucyTcTBus 35 31eMeHTOB cfiefoB npumeceil. B pesynbTate npoBefeHHOro aHa-
nn3a ob6HapyXuBalT, YTO NO BCEM 3/1IeMEeHTaM OTCYTCTBYIOT MUKPOMPUMECH, 3a UCKIYeHneM Bonbdpama
0,055 macc.%. Takum o06pa3om cocTaB Mo 3TUM pe3ynbTaTaM oueHuBalT kak 99.945 %. yTo cooTBETCTBYET
cocTaBy 0C060 BbICOKOUMCTbIX 06pa3LoB MonnbaeHa.

M3 MOHOKpMCTaNIMYecKknx CNTKOB Bbipe3atoT Kyouky, U3 KOTOPbIX NOAroTaBAMBaOT 06pasLbl AN PEHT-
TEHOBCKMX M3MepeHuii. JnA BbICOKOTOYHOTO peHTreHorpadmpoBaHna WMCNosb3yloT obpasubl cdepuyeckoi
dhopMbl, KOoTOpas NMO3BONSAET Hanbonee TOYHO y4uTbiBaTb BAVNSHWE MOI/OWEHNS PEHTFEHOBCKMX Ny4yein npu
06paboTke ANGPAKLMOHHON KapTuHbI. AuameTp cdepbl NoabupatT Tak, YTOObl NyYOK, BbIXOASALLMA U3 KO-
nvmMaTopa peHTreHOBCKOW Tpy6KM, NOIHOCTLIO OMbiBasT obpasel,. Cdepryeckme o6pasubl MMeT AgnameTp OT
0.3 mm go 0,4 MM. 4TO MO3BONSIET MCNO/b30BaTh BECb 06bEM 06pasua AN namepeHuin. O6bLeM 1 ycnosus
MOSIHOTO PEHTTeHOBCKOr0 3KCMepyMeHTa ycTaHaB/MBalOT OTAEMbHO ANA KaXAO0ro KOHKpeTHoro o6pasua no
pesynbTaTam npeABapuTesibHbIX KOPOTKUX 3KCMEPUMEHTOB.

[ns o6kaTkm 06pasLoB cdepbl MCMOMb3YIOT CNeunasnbHble yCTPONCTBa, umetoLme qoopmMy Na0CKoro Lm-
nvHapa. B Takom ycTpoiicTBe 3arotoBku (Ky6uyeckoi hopmbl) Nof BO3AeiicTBMEM NOTOKa BO3AyXa ObICTpO ne-
peMeLLalTca No Kpyry, YTOo NPMBOAWT K CTAYMBAHMIO YI/1I0B O NPUK/IEEHHble abpasnBHbIe LLKYpku. MocTeneHHo
yMeHbLUas 3epHUCTOCTb LUKYPKX, NOSIy4YaloT 06pasLbl NpaBubHON (hOPMbI C BbICOKOW YMCTOTOM NOBEPXHOCTHU.
MperMyLLecTBO UMEIOT LLKYPKM C a/IMa3HbIM 1 Takke BbICOKOTBEPAbLIM 3/1b60POBLIM MOKPLITUEM. VICTOUHMKOM
BO3/yXa C/YXXWUT KOMMpeccop, Hanpumep asporpada.

VICKa)XeHHbIN C/I0/ CHUMAIOT TPpaB/IeHWEM C UCMO/Ib30BaHMEM TpaBuTeNen, paspaboTaHHbIX 419 BCEX
3/1eMEHTOB LUECTON rPynnbl XMMUYECKUX 3/1eMEHTOB Tabnuubl . V1. MeHgeneeBa (Xpom, MONnbaeH u BOMb-
dpam). cm. Tabnuuy 1. NS CHATUA UCKEXXEHHOTO C/I051 HAa MOBEPXHOCTU cthep ucnonbaytoT coctas Ne 3. Cko-
poCTb Tpas/fieHWs A7 paBHOMEPHOro CTpaB/MBaHUA Bbl6upalT ~0.8 MKM/MWUH 1M NMPOBOAAT BCTPSAXMBAHUSA
06pasuoB B Npobupke. BBuay TOro, 4TO OKOHYaHWe TpaBneHUs (NOSTHOTO CHATUS UCKaXXEHHOro C105) TOYHO
3aukcmpoBath TPYAHO, pe3ynbTaTbl 06paboTkM B KMCNOTax NPOBEPSAIOT peHTreHorpadvpoBaHnemM Ha aud-
pakToMeTpe kak npeABapuTesibHbI 3Tan OCHOBHOIO aKCNeprMeHTa.

Ta6numya 1— COOTHOLIEHVE KOMINOHEHTOB B PACTBOPE A/18 TpaB/eHus MonmbaeHa

COOTHOLLIEHVE KOMIMOHEHTOB, [0/,

BeLuectBo
1 2 3 4 6
OpTodhocdopHas kucnoTa 15 75 7 2 15
A30THas kucnoTa 7 3 1 1 2
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OKOH4aHve Tabnuupl 1

COOTHOLLIEHME KOMIMOHEHTOB, 0T 1.

Beluecta
1 2 3 4 S
YKcycHas kucnota 3 15 1 2
Boga 1 5 1 2 1—3

NMpumeuyaHue — Mony6eiM LBeTOM BblgeneH cocta (Ne 3). KOTOPbIM CHYMAT UCKaXEHHbI croli ¢ noBepx-
HoCTel cdpep.

[Onsa noArotoBky 06pasLoB M YCTAHOBKM UX Ha AUCPaAKTOMETPUYECKYID CUCTEMY WCMOMb3YIT ONTU-
Yeckuii BUHOKY/APHbBIA cTepeockonuyecknii Mukpockon Tuna MBC, koTopblli N03BONSET npeABapuTeNibHO
onpefenutb pasmep. N8 nonyvyeHns 6osee TOYHOrO pasMepa uccrefyemoro obpasua Ha andpakromeTpe
nNpoBOAAT cneunasnbHbili SKCNEPUMEHT C MHOrokpaTHbIM A0 180 pa3 noBopoTom € uHTepBasom oT 1 go 2°.
KauectBo ¢hopmbl 06pasua OLeHMBAKT MNpU YBEMYEHUM ONTUYECKOro npocmoTpa B Mukpockone MBC.
3 noarotoBieHHbIX 06pa3LoB BbIGUPaT obpasel, ¢ Hauaydlleiln AMdPakLMOHHON KapTUHOW An1s 6parros-
CKUX OTpaXKeHWiA. 3aTeM NpPomM3BOAAT MOHTaxX obpasua Ha AepxaTesb roHMOMeTpuyeckoro ycTpoiictea. As
OUMCTKM JepXartesiel 1 MOHTaxa MOHOKPUCTa//IMYecknx cpep MCnosb3yloT CNupT U Kiei-renb «MoMeHT».
O6pasel, NPUKIENBAIOT Ha CreunasbHbIi AepXaTesb CO CTEKNAHHOM HUTbIO (HUTb U Kneli obecneynBaloT OT-
CYTCTBME AONONHUTENbHBIX ANMIPaKLMOHHbIX Ped/IeKCOB) U yCTaHaBNMBAOT Ha TOHMOMETPUYECKYIO TO/TOBKY
andppaktomeTpa. FOHMOMETPUYECKYIO TONOBKY (DUKCUMPYIOT B NOCAA0YHOM rHe3je roHMomeTpa, v NpoBOAAT
IOCTUPOBKY Tak, YT06bl o6pasel, nonajas MakCUMasibHO TOYHO B LIEHTp (nepeceyeHue BCex Oceil) roHMo-
mMeTpa.

4.2 SkcnepumeHTasibHas annapaTtypa

N3mepeHune andpakLMOHHONM KapTuHbI A8 onpejeneHns napameTpoB KpUCTa/IMYECKOW peLleTku npo-
BOAAT C WCMO/Mb30BaHWEM YCTPOWCTB AudipakTtoMeTpa M MpUCTaBOK CNeLuanbHOW KOHCTPYKUMKM, KOTopble
NO3BOMIAIOT aHA/IM3NPOBaTh AOCTATOYHO MOJHYIO ANMPAKLVOHHYO KapTVHY MOHOKPWUCTasIoB B TPeX M3me-
peHusax. OcHOBHas LWkana 60nbloro roHnomeTpa gudpakrometpa XCalibur dmpmbl Rigaku-Oxford Diffrac-
tion, ucnonb3yemoro npu 3KCnepvMeHTasIbHOW NpoBepke, obecneynBaeT AManasoH BO3MOXHbIX NMOBOPOTOB
feTtekTopa o 120*. MNMoBopoTbl 06pa3ua OCyLEeCcTBAAT C NOMOLLbIO APYTUX TOHUOMETPUYECKUX YCTPOICTB
TakuM 06pas3oM, 4ToGbl 3an0/HUTL BCHO cdhepy n3mepseMoro o6paTtHoro (MMNy/IbCHOr0) MPOCTPaHCTBa U Mo-
cne npeob6pa3oBaHnii BO3MOXHO 60MbLUMIA 06BbEM 3NEMEHTAPHON Aueiiku. Ona n3nyyeHus ot mMonmbaeHa-
aHoga MCMosb3yT PEHTIEHOBCKYO TPYOKY (4/IMHY BOJIHbI XapakTepucTnieckoro nanydeHns Kul npuHumatot
3a 0,070932 HMm). B ycunusatoLlyo ONTUYECKYH CUCTEMY BK/IHOYalT rpacmuToBble MOHOXPOMATOPbl U KOJI-
QIMMaTopbl C BHYTPEHHUM OTpaXeHneMm. 3a CYeT MCMO/Ib30BaHUS XapakTepucTUK PEHTFEHOUYYBCTBUTE/IbHOTO
9KpaHa ocylecTBnAn paboTy ABYMEpHbIi AeTeKTop AudpaKkToMeTpa, OCHOBaHHbI Ha CCD-TexHOoMnorusx.
Bca cucTema permcrpaummn CUrHas10B XxapakTepusyeTcs 40CTaTOYHO HU3KUM YPOBHEM LUYMOB, YTO NO3BONSET
NpoBOAUTL UCCMel0BaHNA 06pasL 0B Manoro o6bema. KoHCTpyKuun AndpakTtomeTpos, NpUMeHseMble B CU-
cTeme. NO3BOMAT pernctpuposatb oT 4000 fo 5500 6parroBCKMX OTpaXKeHWn AN pa3nnyHbiX 06pasLoBs, Ko-
TOpble NCNONb3YIOT A1 pacyeTa NapameTpoB KPUCTaI/IMYECKOl pelueTky (pa3mMepoB 31eMeHTapHON A4eikun)
1 3HaYeHwuii koappuumneHToB KITP.

[ns yBennyeHns TOYHOCTU fJaHHbIX NPY HOPMaslbHbIX YCNOBUSAX U3MEPEeHUit hUKCMPYIOT BbICOKOYT/10-
Bble pedyiokchl (6oniee BbICOKME MOPSAAKM OTPaXKEHMA OT CeMeicTBa Kpuctannorpaguyeckux niaockocTeit),
KoTopble o6ecneynBaroT 6M30CTb K YIy CKOMIbXeHnsa 90% u. cnefoBaTtesibHO, MakCMMasibHO BO3MOXHYHO TOY-
HOCTb. MOCKO/IbKY MHTEHCUBHOCTb Takux GPErroBCKMX OTPaXEHW Ha nopsaaku cnabee, Yem AN OTPaKeHWi
C ManbiMy uHgekcamum Munnepa, To npu pab6oTe AudpakToMeTpa UCNONb3YHT MaKCUMaibHO BO3MOXHbIE
3HAYEHUS TOKa 1 HanpsHKEHW PEHTTEHOBCKOW TPyOKu n/unu 6onee AnuTeNbHOE BPpEMS U3MEPEHUI B KaXA0i
TOuYKe 06paTHOro NPOCTPAHCTBA, B KOOPAMHATAX KOTOPOro MpPoMcXoAamuT npouecc namepeHus. Obuiee Bpems
3KCMepumeHTa ANa Kaxaoro obpasua npyv HOPMasibHbIX YC/I0BUAX M3MepeHuii coctaenseT ot 80 go 120 u
HenpepbIBHOW pab6oTbl AndpakTomeTpa. Brok-cxema AvdpakToOMeTpuyeckoli cUCTeMbl NpeacTaBfieHa Ha
pucyHke 1.
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PucyHok 1 — Bnok-cxema gndppakroMmerpmyeckcii CucTeMbl

[ina npoBegeHns namepeHnii n 06paboTkM aKCMEePUMEHTA/IbHBIX AaHHbIX C NOCNeAYOLWUM onpesenerHu-
€M CTPYKTYPHbIX XapakTepucTuk, yA0BMeTBOPSAIOWMUX CTabuibHbIM napametTpaMm KpucTannyeckon peLueTku,
MCNONb3YIOT aTTeCTOBaHHY MeToauky usmepeHuit [No 702/06-09 (PP.1.31.2009.06707)]. Ana noBblEeHNA
[LOCTOBEPHOCTMN 3KCMEPUMEHTa/bHbIX faHHbIX MPOBOAAT CPABHUTE/bHbI aHann3 ¢ 3TaNloOHHbIMU CpeAcTBamMu
N3MepEeHNiA: Co CTaHAapTHbIMU 06pasLaMu anudpakLMOHHbIX CBOWCTB MOHOKpPUCTaNIOoB, Bkaovas FCO MNPd-4
(NP®-3) kpeMHuiA 1 FCO MP®-9 (MP-1) cunuung BaHaaus, KOTopble NpeABapuTesIbHO U3MEPSIOT Ha TOi Xe
yCTaHOBKe A/151 ee KannbpoBKu.

4.3 Ocob6eHHOCTU Npoueaypbl M3MepeHnin

4.3.1 Peructpauuun gupakLunoHHOW KapTUHbI

[Ansa pernctpauun gndpakuMoHHOW KapTUHbI YCTaHaBMBAIOT PACCTOAHNE KPUCTa/I/IMY4ECKOro AeTeKTo-
pa paBHbiM 41,5 MM K nMcnonb3ylT konaumatop ¢ gnametpom 0.5 MM. «ByHKepoBKy» (06beAuHeHue Muk-
ceneit unn pasdueHne maTpuupbl Ha cy66/10kM) yCTaHaBAMBAOT 2 * 2, ¢ paspeLlleHneM MaTpuubl geTekTopa
1024 x 1024 nk. 4ns MOnM64EHOBOIN0 MCTOYHUKA PEHTTEHOBCKOTO U3NYYEeHUS 3HAYEeHUS] HamnpsXeHUs U Toka
ycTaHasnusatoT: 50 kB 140 MA nnu 33 kB 1 50 MA, korga TpeboBaniocb YCTPaHUTb OTPaXeHUs,, COOTBETCTBY-
oW me BTOpOi rapMoHuke (/J2).

4.3.2 KOcTnpoBka obpasua

lOcTupoBKy obpasua Mb npoBoAAaT B pexume pyvyHOro ynpasneHus. Kpuctann cuMtaeTcs CbCTUPO-
BaHHbIM. €C1 NPV ABVXKEHUN NO 060K M3 OCceli LeHTp TsxecTy obpasua coBnageT C nepekpectTmeM LiKa
MMKpPOCKOMa ¥ OTKNOHEHNE cocTaBnseT He 6onee 10 MKM.

4.3.3 YcnoBus U3MepeHuii

Mpy npoBeAeHNN U3MepeHnii Npu KOMHaTHOW TemnepaTtype 06bIY4HO CO6MI0AaI0T CieayoLune ycroBus:

- Temnepartypa Bo3gyxa — B AvanasoHe 298 K—300 K (25 °C —27 °C);

- atMmocpepHoe gaBneHne — 84— 106.7 kMa (690—800 MM pr. CT.),

- OTHOCUTesNbHas BIAXHOCTb BO3dyxa — He 6oniee 80 % npu Temneparype (25—27 °C):

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

C ncnonb30BaHWeM nporpaMMHOro obecrneyeHuns obpasew, noBopaymsaloT NocnefosaTesibHO CO BCEMU
BO3MOXHbIMW MOBOPOTaMU, YTO6LI 3adMKCMpPOBaTb Ha [EeTEKTOPEe MHTEHCUBHOCTL OTPaXeHHbIX Audparnpo-
BaHHbIX /lyyeit ¢ 6onee NOMHbIM N30bpaxeHrem cepbl 06paTHOro npoctpaHcTea (cthepbl 3Banbaa). Mpu
noBopoTe o6pasLa pas/inyHble OTPaXarLLe aTOMHble MI0CKOCTU NPOXOAAT Yepes NooXeHNe, Npy KOTOPOM
BbINO/IHAETCSH YC/I0B/E, COOTBETCTBYOLEe 3akoHy Bparra-Bynbga. Ha gndpakuymoHHol kapTvHe nosiBnseTcs
pacnpefeneHne MHTEHCMBHOCTN BGPErTOBCKMUX OTPaXEHWIA, KOTOPble IMKCUPYIOTCA B KaxkAoM dipelime n nepe-
[alTca Ha KOMMNbIOTEPHOE YCTPOICTBO A5 3anoOMUHaHWsA, 06paboTkn 1 aHanu3a.
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[ns npoBepkn obpasua Ha COOTBETCTBME MCCNefyemoi haze MOHOKpUCTana v AN OLEHKN YPOBHS
COBEpLUEHCTBA 3TOrO BellecTBa CHavyasa OCYLLeCTBAT npeABapuTesibHYl0 CbEMKY C O6LIMM BpeMeHeM
5—10 mMuH ans npobHoro onpefeneHnss napaMeTpoB peLlueTKn KPUCTassia KOHKPeTHOro obpasua. Mo OKoH-
YaHWM NepBoii NpeABapuTENbHOV CbEMKM OLEHMBAIOT OT/IMUME NapaMeTpPOB PEeLLEeTKN KpucTanna oT oxuaa-
eMbIX. a Takke MPOLEeHTHOe OTHOLLEHME Yicna OTpakeHWi Ha ANPaKLUNOHHON KapTuHe, YA0BNeTBOPSAIOLMX
BbIOpPaHHOMY TUMY 3/1eMEHTapHON Auelikn. 3aTteM OoLeHMBaIOT KayecTBO ANMPaKLUVOHHOW KapTUHbI B LiEsIoM,
BKMto4as hopMy AMPPaKUMOHHBIX MakCMMYMOB. Ha OCHOBaHWU aHann3a pe3ynbTaToB M3MepeHUid NpuHuma-
10T pelleHve o AanbHeliweli paboTe caaHHbIM 06pasL oM.

[ns o6pasyos, BbiIGpaHHbIX M3 NapTMn o6pasLoB, NPOBOAAT BTOpPOe npeABapuTeibHoe peHTreHorpa-
hunpoBaHme c obWyM BpeMeHeM aKcno3nuum 60—120 MUH ONS OLEHKM U 3afaHns napaMeTpoB OCHOBHOIO
akcnepymMeHTa. CHavana oueHUBAatOT AOCTYNHOE paspelleHne 1 BpeMs 3KCNOo3uLMn 15 pasHbIX NOTOXEHW
JeTekTopa no yrny ckonbxeHus (0) ana obecneveHns TpebyeMoro ypoBHS CTaTUCTUKN M3MEPEHNS UHTEHCUB-
HOCTeli 3a JOCTYNHOE BpeMs NpoBeeHWs BCEro akcnepumeHTa. 3ateM NpoBOASAT OCHOBHOE peHTreHorpadm-
poBaHue 06pasLoB ¢ 06WwumM BpeMmeHeM akcnosnunm 90— 120 muH. o OKOHYaHWW 3KCNepuMeHTa NpoBOAAT
06paboTKy NOAyYEHHbIX faHHbIX C Bblgayel aiiioB, He06XoAMMbIX ANS AasibHElLero CTPYKTYpHOro aHasnm-
3a.

4.3.4 O6paboTka AaHHbIX

O6paboTKy AaHHbIX M3MEPEHWIn NPOBOAAT C MpUMeHeHWeM nporpammHoro naketa CrysAiis. MNapame-
TPbl 3/1EMEHTAPHOI SiYelikn ycTaHaBnMBaKT nocnegoBaTenibHo. C ucnonb3oBaHMeM nporpamMmbl CrysAiis
OCYLL,eCTB/ISIIOT NONCK BCEX BPArrOBCKMX OTPaKeHW Ha kaxaoM dpeiime n nonyyaloT nepBuyHbIE faHHble 06
YIM0BbIX NO3ULMAX MAKCUMYMOB 3TUX OTPaxeHuii. [lasiee ycTaHaBMBAOT BapuaHT 3/1eMeHTapHOW AYeliku,
pasmepamM KOTOPOi y[0BNETBOPAIOT 3HAUYEHUSI He MeHee 90 % 3adMKCUPOBaHHbIX ANDPAKLUMOHHBIX pediek-
COB. 3aTeM YTOYHAT MHCTPYMEHTA/IbHYIO MOAE/b, COOTBETCTBYIOLLYIO NapameTpam pelueTku Kpuctanna no
YTOUYHEHHOMY Habopy ANdPaKLMOHHbIX OTPaXKEeHW, 1 UCMOMb3YIOT NporpamMmy 4718 NpoBeAeHns npotuibHO-
ro aHanM3a, COCTOSALLEro U3 ABYX 3TanoB.:

1) onpegenexve hoHa 1 rpaHnL, AMgpakLMOHHbIX Npoduneil;

2) nosnyyeHvie UHTErpasibHbIX MHTEHCUBHOCTEA.

3aBeplUeHne 06paboTKN OCYLECTBASIOT CAefylLlyMy AeNCTBUSMI: CHayana BHOCAT BCE 3HAYMMble
nonpaskn B MHTEHCUBHOCTU, YTOGbI N3MEPEHHbIE BENMUYMHBI NPUBAN3UANCH K KNHEMATUYECKO Lkane, 3ateM
BBOJAT nonpaskn Ha adhdpekT JIopeHua 1 Ha Nonisapu3aLmnio ¢ ucnosib3oBaHnem nporpaMmmbl CrysAiis.

4.4 Tpoueaypa onpeAesieHns NapamMeTpoB KPUCTaNIMYeCKoi peleTku

[ns pacyeTa 3HAUYEHW NapameTpoB PeLIeTKU UCMOSb3YIOT 3HaueHus yrnos O (TeTa), COOTBETCTBYIOLLMX
MaKkcMMymam pacrpefesnieHusi UHTEHCMBHOCTEN GPErTOBCKMX OTPaXeHWid, N COOTHOLLEHWe, CBsi3biBaloLLee
3HAYEHUS] MEXM/IOCKOCTHbIX PACCTOSHWIA C 3TUMK yriamm

2dsin 3=na. (1)

rae d — MexnsiocKkoCTHOe pacCTosHWeE, HM;
0 — yrosn CKONbXeHWs nyyeil.
n — nopsgok otTpaxexus (1,2, 3...).
X— [AN1Ha BOMHbI UCNOb3YEMOTr0 U3/TyHYeHUs .

BO3MOXHOCTb (PMKCMPOBATL OTPAXeHUsi ¢ 60/1ee BbICOKMMMW NOPSiAKaMU, KOTOPbIE 0GECNeunBaroT NoBbI-
LIEHVEe TOYHOCTY OMpejeneHns napaMmeTpoB, 3aBUCUT OT A/IMHbI BOSHbI UCMONb3YEMOr0 U3yyYeHNs, NO3ToMy
6b1710 MCNO/b30BAHO MO/IMGAEHOBOE KOPOTKOBO/THOBOE U3/yHeHMe.

KBagpatuuHaa chopMa Ans Ky6GUYecKOi pelueTkn, CBsi3blBaOLWAs napameTp peleTkn a WU MHAOEKCb
Mwunnepa h. K. / ¢ MeXNI0CKOCTHLIM paccTosiHueM d, uMeeT BUA

1 b2-k2+12

du 2 2

MockofbKy MpV M3MEHeHUW TemnepaTypbl U3MEHSOTCA napaMeTpbl pelleTkn obpasua, T0 UMeeT Me-
CTO M3MeHeHne HabnaaemMblx 3Ha4YeHuii yrnos 0 NS MakCMMyMOB GPErroBCKUX OTpaxeHwid. MNopaepxanve
Tpebyemoli TemnepaTtypbl UM 3afaHHOr0 TeMnepaTypHOro pexuma ucciegyembix 06pasuoB MPOBOAAT Ha
andpaktomeTtpe XCalibur compmbl Rigaku-Oxford Diffraction ¢ TouHocTelo 0,5° B Arana3oHe TemnepaTyp OT
298 K go 300 K. Temnepatypy obpasua n3MepsioT NoBEPEHHbIM U3MepuUTesieM TemnepaTypbl U BAaXHOCTU
MBTM-7, pasMelleHHbIM B HENOCPeACTBEHHOM 6/1M30CTU OT obpasLa ¢ 4oBepuUTeNbHOW norpeltHocTbio 0,7 K.

5



FOCT P 8.950—2018

LndpakymoHHasn kapTuHa n3 gpelima, 3adMKCMPOBAHHOTO NPU HEBBLICOKWX yriax, npefctasneHa B [1].
dopma agndpakLMOoHHbIX NATEH Ha AvdpakTorpaMmMax nokasbiBaeT Xopollee kayecTso obpasua, BbIopaHHOro
ANSA nocnegylowero aHanmsa scel AnpakuoHHOW KapTWHbI.

B tabnuue 2 npuBefeHbl AaHHble onpeaeneHns napameTpa pelleTkn 415 BbICOKOYII0BOro guanasoHa
npu 300 K. 3To cOOTBETCTBYET YI/y YCTAHOBKM AeTekTopa Ha 113° no wkane 20. no3BonsoLero sadgukcu-
poBaTb Hambo/bluee YNCNO0 BbICOKOYI/10BbIX pediekcoB. Mocne MOBTOPHbIX 3KCNEPUMEHTOB, NPOBOAUMBIX
npu nosopoTe o6pasua Ha gepxarene, u nocne LONONHUTENBHOW NPOBEPKM HOCTMPOBKM NPU NOBOPOTE Aep-
xatens. BblGupatoT cpefHue 3HaueHus AN kaxaoro obpasua. 3atem BblGMpaloT cpegHee 3HaYeHne OT BCex
nccnefoBaHHbIX 06pasL0B, KOTOPOE BKIKYAKT B TabnuLy CTaHAapTHbIX CMPaBOYHbIX AaHHbIX. PacyeT xapak-
TepUCTMK BOCMPOU3BOAMMOCTA NPOBOAAT NPU NOMYYEHUWN CPefHMX 3HAYeHW, NO3TOMY HeonpeAeeHHOCTb
okasblBaeTCs Bbllle, YeM HeonpeAesleHHOCTN CyYaliHoro Tuna, ykasaHHble A5 Kaxgoro obpasua.

Ta6nuuya 2— PesynbTarbl onpefeeHus napameTpoB KPUCTaI/INYECKON peLleTk 06pasLoB MOHOKPUCTA/LINYECKOTO
MO/M6eHa No AaHHbIM BbICOKOYTOBOrO AnanasoHa

Ob6paszeL, MapameTp, v
a 0.314747(2)
b 0,314745(2)
CpepgHee 0.314746
MpumeyaHue — B KpyrnbIx CKOGKax NpUBELEHbl YACNOBbIE 3HAYEHWSI HEONpeneneHHOCTel Kaxaol cepum

N3MepEHWIA.

B Tabnuue 3 npeActasnieHbl 3HaYEHNA NapamMeTpoB KPUCTa/IIMYECKOl peweTkn 4na monnbaeHa, nony-
YeHHble pas3nNuyHbIM1 aBTopamMu B AnanasoHe temnepatyp oT 290 K go 300 K, n pe3ynbTtaTbl UccnefoBaHHbIX
06pasuoB 13 Tabnnupl 2.

Tab6nuya 33— [JaHHble 0 napaMeTpax KpUCTUI/IMHECKON PeLLeTK MOHOKPUCTa/IMYECKOTo MoMbaeHa n3 6as AaHHbIX
Hay4HbIX paboT 1 pe3ynbTaTbl UCCNef0BaHHbIX 06pa3LoB 13 Tabnuupl 2

O6paseL, Mapavetp, v Cebrika

1 0.31472 [35]

2 0.31472 [36)

3 0.31474 m

4 0.31470 (41)

5 0.31472 [38]

6 0.31478 [46]

7 0.31475 [40]

8 0.31475 BHUMMC
CpefHee 0.314752

MpumMmeuyaHne — B KBaApaTHbIX CKOGKAxX NpuBeaeHbl GUbAnorpachnyeckme CCbifikv, KOTopble NpPesacTaB/eHbl B
IU-

AHanus 3HayeHuii napameTpoB, NpeAcTaB/eHHbIi B Tabnuue 3. NokasbiBaeT, YTO COOTBETCTBUE AaHHbIX
[l0CTaTO4HO BbiCOKOE. [03TOMY B KauyecTBe CTaHAAPTHOro0 CMPaBOYHOr0O AaHHOM0 NPUHUMAIOT 3HaYeHne napa-
MeTpa KpUCTa/lIMYeckoin peweTky (pasMepa anemMeHTapHoR suelikv), Ana monnbaeHa pasHoe 0.314752 Hwm.

4.5 Tennosoe pacwupeHue monnbgoHa. KoapduuneHT NMHERHOro TensioBoro pacwmpeHus B
nonanasoHe Temnepatyp ot 90 K go 300 K

Mpu onpegeneHnn koadpuumeHTa TenaoBoro pacupeHusi (KTP) Mo yuuTbiBalOT 3aBUCUMOCTb €ro
KpUCTaNIMUeckoli pelleTkn oT TeMnepaTypbl. Pe3ynbTaTbl aHanmM3a 3Toi 3aBUCUMOCTY NMOAPOGHO OnNMcaHbl 1
NPOUNNCTPMPOBaHbI B (1J.
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OCO06€eHHOCTM TEMJIOBOTO paclUMpPEHUst U ero M3MEHeHVe ¢ TeMNepaTypoii paccunTbiBalOT B OCHOBHOM C
y4eTOM aHrapMoHuyecknx achheKkToB B AVHAMUKE KPUCTaNIMueckoi peletkv. 3Havyenne KTP npsmo nponop-
LIMOHabHO KO3 hNLMEHTY @aHFapPMOHNYHOCTM B PA3/10XKEHUN NOTEHUWASIbHOW 3HEPTUN N UMeeT OANHAKOBbI
C HUM 3HaK.

Pe3ynbTatbl U3MepPeHWini OTHOCUTE/ILHOTO YA/MHEHNUA U 3HavyeHusa KTP onpegensioT ans monmbaeHa
pas/iMyHbIMKM MeToaMu, BK/oYas PeHTreHOBCKME Mpu pasHbix Temnepartypax. Npu 3TOM yCTaHOB/IEHO, YTO
MonubaeH obnagaeT aHOMasilbHO HU3KUM 3HadeHnem KTP npu nosbIWEHHbIX TeMnepartypax.

[na oueHkn 3HayveHuit KNITP Mo ucnosnb3yloT AaHHble 0 3aBUCMMOCTW NapameTpa KpucTanimyeckoi
peleTk OT TemnepaTypbl. Pe3ynbTaTbl OLEHKN 3TUX UCC/Ief0BaHUii B pas/iMuHbIX gnanasoHax Temnepartyp
npeacTaeneHsl B [1].

Ona Temnepatyp B guanasoHe oT 280 K go 400 K npuHumaroT o606LeHHble 3HaveHns K/TP Mo
(cm. [1]).

3HaveHua K/ITP B gnanasoHe TemnepaTyp ot MuHyc 180 K go 2400 K no pesynstaram gunatomeTpuye-
CKMX U3MepeHuin npescTaBneHsl B [2].

B Anana3oHe HOpMasibHbIX TeMMNepaTyp pesy/nbTaTbl M3MepeHui, npeacTasnexHsle B [1] n [2]. gocTa-
TOYHO XOPOLLO COrNacylTcs Mexay coboli. Xyallee cornacoBaHue AaHHbIX OTMeyaeTcs B 06/1aCT HU3KUX
Temneparyp.

[ns dopmupoBanHus HeonpegeneHHOCTeN NCNonb3yloT 3HadeHns KTP: AaHHble yanvHeHus obpasua
npu AByX Temnepartypax. 3HauyeHuWe pasHOCTM pa3MepoB K UCXOAHOl BenunyMHe pasmepa 3/1eMeHTapHo
AYenkn 1 BeNnyMHe pasHOCTU TemnepaTyp NPUNUCLIBAIOT K CepefuHe HTepBana TemnepaTyp, npyu KOTOPbIX
npoussefeHo nsMepeHne. TOYHOCTb U YPOBEHbL OCTOBEPHOCTY AaHHbIX 0 KTP onpefensoT MeTposiornieckm-
MV XapakTepucTUKamy COBPEMEHHbIX AN1aTOMETPUYECKUX YCTPOICTB.

Kputepuu gna onpegenenusa KNTP npu Bbibope uHTepsana tTemnepartyp CBsA3blBatoT, BO-NepPBbIX, C Npu-
poAoli BKNago0B B TENI0BOE pacluMpeHre 1. COOTBETCTBEHHO, C XapaKkTepoMm yBenuueHnus sHavenns KATP npu
MOBbILIEHUN TeMNepaTypbl OT ab6COMOTHOTO HyNsi U. BO-BTOPbIX, C NPUMEHAEMbIMY METOANKAMU U3MEPEHU
AN onpefeneHuns aToli XxapakTepucTukn. TpeTuii kpuTepuii 4na BbiGopa MHTepBana onpesensatT U3 yCnoBui
YCMeLwHOoW peann3auny nosyYeHHbIX pesynbTaToB Ha MpakTuke, BkIoYas Heob6XxoAMMOCTb yyeTa TensioBoro
pacliMpeHuns B pas3fIMYHbIX TEXHONOTUAX.

TO4YHOCTb pe3ynbTaToB U3MEPEHMIA BCcerga 3aBUCUT OT BbIGPAHHOrO TUnNa AM1aToMeTpUYecKkoro ycTpoii-
cTBa. [py 3mepeHun CTPeMATCA YMeHbLINTL TeMNepaTypHbIi MHTEPBas!, B KOTOPOM NPOVCXOANT onpejerne-
Hue KATP. nA kaoyeBbiXx MateprasioB (K HUM OTHOCUTCS U MOAMBAEH) U3MEpPEHNS NMPOBOASAT C MHTEPBa/IOM
ot 10 10 rpag.

[nana3oH TemnepaTypHoi 3aBucumoctn K/ITP B KpUCTa//IM4eCKOM COCTOSHUKM pas3buBaloT Ha Tpu
OCHOBHbIX Cy6-AnanasoHa. Ha KoTopbiX 3aBUcMMOCTb K/TTP oT TemnepaTtypbl ONMUCbIBAOT PasnyHbIMU yHK-
umamun. Ana tabnuu ctaHgapTHbIX CNPaBoYHbIX AaHHbIX ycTaHasnmsaloT K/TP. ncnonb3ysa TemMneparypy wim
AnanasoH Temnepartyp B6/M3M KOHKPeTHOro 3HaveHusi. CBoeobpa3Holi HpenepHoli» TOUKOW cunTaloT Temne-
paTypy. KOoTopasi B METPO/IOTMN COOTBETCTBYET HOPMasibHbIM YCIOBUAM U3MEPEHUIA, TO ecTb B6M3N Temne-
patypbl 300 K (27 °C). ncnonb3ys ans cpaBHeHUs Hawbonee AOCTYNHbIA Avana3oH Temnepartyp ot 280 K
0o 350 K.

4.6 [O0CTOBEPHOCTb AAHHbIX

[,0CTOBEPHOCTbL MONYYEHHBIX AaHHbIX OLEHUBAIOT N0 pe3y/bTaTaM COBMECTHOV 06paboTkn ABYX cepwii
N3MepeHuii N cpaBHEHVEM PEKOMEeHA0BaHHbIX AaHHbIX C 060CHOBAHHLIMW AAHHLIMW Hay4HbIX paboT. CTaH-
AapTHoe (cpefHekBagpaTUYECKOE) OTK/IOHEHME B YC/IOBUSX MOBTOPSIEMOCTYU (CXOAMMOCTU) CPeAHNX 3HAYEHN
no pesynbTaTam [BYyX CEPUI He3aBWCUMbIX U3MepeHuin (No 3—5 Thicay pedpiekcoB B kaxaoi) coctaBnset
0.000005 HM npu goBepuTenbHoli BepoATHOCTK 0,95 %. na obecneyeHnss BbICOKOW AOCTOBEPHOCTU MOy-
YEeHHbIX pe3yNbTaToB NPOBOAAT MNpefBapuTeNbHble U3MEPEHUs roCyAapCTBEHHbLIX CTaHAapTHbIX 06pas3LoB
AndhpaKkLMOHHbIX CBONCTB Ha TeX e 3KCMepMMEeHTallbHbIX YCTaHOBKaxX A5 UX KannbpoBKu.
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