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HECTEXUOMETPUYECKOIo JEUTEPUOA TUTAHA B OBJIACTH
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lpedcmasrneHbl pe3ynbmamel KO/IUYECMBEHHO20 peHmeaeHoghal3oeoz2o aHanusa (KP®A) nopowkosbix
obpa3syos HecmexuoMmempuyeckoeo Oelimepuda mumaHa ¢ amoMHbIM omHouweHuem D/Ti om 0,05 do 1,43.
AHanus nposodursicsi memodom Pumeenbla 8 rnpoepamme Jana2006. OrnipedeneHa epaHuya ¢ha3zoeo20
nepexoda HecmexuoMmempuyeckoeo Oelimepuda mumaHa u3 oOHoghaszHol obnacmu O-¢hasbl 8 obracmb
cocyujecmeosgaHusa a-, 0- U MemacmabunbHOU y-gha3, coomeemcmeywass amoMHOMY OMHOWEHUK
D/Ti, pasHomy 1,561, umo coenacyemcsi ¢ pe3ynbmamom HelmpoHOOUPPaKYUOHHO20 UCC/1e008aHus
X. Hymakypbi, M. Kotiebi, X. Acano u ®@. Usymu (H. Numakura, M. Koiwa, H. Asano, F. Izumi).
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3KCNEPUMEHT, AenTepua TuTaHa, pasoBbli COCTaB

QUANTITATIVE X-RAY PHASE ANALYSIS OF NONSTOICHIOMETRIC
TITANIUM DUTERIDE IN THE REGION OF ALFA-, DELTA- AND GAMMA
PHASES COEXISTENCE

D.V. Chulkov, A.Yu. Postnikov, A.S. Meryasov, V.N. Golubeva, I.M. Myronova
Russian Federal Nuclear Centre — Russia Research Institute of Experimental Physics, Sarov, Nizhni
Novgorod Region

The results of quantitative x-ray phase analysis (QXRA) of nonstoichiometric titanium deuteride powder
samples with atomic ratio D/Ti from 0.05 to 1.43 are presented. QXRA was carried out by Rietveld method
using Jana2006 program software. Phase transition boundary of nonstoichiometric titanium deuteride from
6-phase monophase region into the region of a-, - and metastable y-phases coexistence is determined
as D/Ti equal to 1,51 that is in good agreement with the results of neutron diffraction research
of H. Numakura, M. Koiwa, H. Asano and F. Izumi.
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Bonpocbl aTOMHOW HAaYKU Y TEXHUKN.
Cepusa: MaTepuanosegeH1e 1 HOBble Matepuansl

BBeaeHune

B cooTtBeTcTBMM C (pa3oBon guarpammon cu-
CTEMbl TUTaH-BOAOPOA NPV aTOMHOM OTHOLUEHUMU
H/Ti, pasHom 1,5[1], npu aaBneHum meHee 100 klMNa
N KOMHaTHOW TemnepaType ¢ukcupyeTcs daso-
Bbli Mepexo4 u3 romoreHHon obnactn O-dasbl
B AByxasHyo obnactb a- n &-das (cm. puc. 1).
B noByxdasHom (a + d)-obnactn obHapyxmnBaeTcs
TaKke MeTacTabunbHaa y-cpasa. B pgaHHoOm
obrnacTtu casoBbIi cCOCTaB rMapvaa TuTaHa onpe-
JensieTca  TexHonornem nonyyeHunss obpasua
N XMMWUYECKOW YUCTOTOW MCXOOHOro Marepuana.
Ctpyktypa a-dpasbl  npegcrtaBnsieT  cobow
TBEpAbIi pacTBOpP BOAOPOAA B rekcaroHarbHOWm
NMOTHOYNAaKoBaHHOM peLléTke TuTaHa, & — ruapug
TUTaHa C rpaHeueHTPMPOBaHHON Kybudeckomn pe-
WETKON; Yy — MmeTacTabunbHbIN rMapug TUTaHa
(c aTomMHbIM oTHOweHuem H/Ti=1:1) ¢ TeTparo-
HanbHOM peLwéTkon (c/a =1,09)[2].

AToMmHoe oTHoIeHne H/Ti, oTH. ex.
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Conmep:kaHle BoJopoa, aT.%
Puc. 1. ®a3oeas Ouazpamma cucmembl muman-8000pod
(100 klla) [1]

AHanu3 dasoBbIX Anarpamm He Bcerga nosBo-
nsieT OAHO3HaYHO YyCTaHaBnMBaTb (PA30BbIA CO-
CTaB MO KOHLUEHTpaLuM KOMNOHEHTOB BCreacTBUe
BO3MOXXHOro oopMMpOBaHNsi HEPABHOBECHOTIO CO-
cTosHuA. [1na uccnegoBaHus npoueccoB ¢a3oob-
pa3oBaHUS B CUCTEME TUTAH-BOOOPOS U U3YYEHUS
BINUSHUS TEXHOSOMMYECKNX PEXUMOB Ha CTPYKTYpPY
rmgpuaa TuTaHa TpebyeTca nonyyeHne cBegeHun
0 copepxaHuu a3 B JaHHOM MaTtepuarne.

B retepodasHon obnacTtu a-, d- 1 y-ga3s Boao-
pPOA coOepXUTCA B Kaxgon dase, YTO He Mo3BO-
nsieT OOCTOBEPHO ONpefenuTb copepxaHue ¢as
C UCMNomb30BaHNEM METOA0B OOBLEMHOIO XMMUYe-
CKOro aHanusa. [ns yctaHoBneHuss a3oBoro
cogepXaHus BO3MOXHO WCMONb30BaTb MeETOA
KONMMYECTBEHHOTO peHTreHoda3oBOro aHanmaa
(KP®A). B paHHoM obnactu aHanua3 MeToaoMm
PutBenbga nony4ymn Hanbonbluee pasButue, 4YTo
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BO MHOrom o6yCcrnoBneHo OTCYTCTBMEM Heobxoau-
MOCTW B MCMONIb30BaHUN CTaHAAPTHbIX 0Opa3uoB
AN NOCTPOEHNs KannbpoBOYHbLIX 3aBMCUMOCTEN.
[3, 4].04Hako BbICOKasi MOABEPXKEHHOCTb MeToAa
KP®A BNuaHMIO pasnmMyHOro poga norpeLLHocTen
NPUBOAUT K HEOBXOOUMOCTU CpPaBHEHUS NOSyYeH-
HbIX AaHHbIX C pe3ynbTaTamu 6onee TOYHbIX aHa-
NUTUYECKUX METOAOB aHanusa Ans OUeHKU npa-
BUMBbHOCTUM onpegerneHns ¢a3oBoro cocrasa [5].

B HacToswern paboTte npeactaBneHbl pesyrb-
TaTbl pPEeHTreHoANMPAKLMOHHOIO UCCnefoBaHUSA
(azoBoro coctaBa obpasLoB HeCTEXMOMETpUYe-
CKOro gentepuga TutaHa ¢ aTOMHbIM OTHOLLEHUEM
D/Ti ot 0,05 go 1,52. OueHka TOYHOCTW NPOBOAM-
nacb nyTem CpaBHEHUS OaHHbIX C pe3ynbTatamu
onpegeneHusa cogepXxaHusi oenTepus ¢ UCMonb3o-
BaHMeM BoritoMomMmeTpuyeckoro metoga. Onpege-
neHve as3oBOro COAEPXKaHUsA MPOBOAUNM METO-
aom PutBenbaa B nporpamme Jana2006 [6].

U3rotoBneHue obpasuoB

Ons uccrnegoBaHusA M3roTaBnvBanu MOPOLLKK
HECTEXMOMETPUYECKOTO [OenTepuga TuTaHa C
aToOMHbIM oTHoweHuem D/Ti ot 0,05 go 1,52 no-
CpeACTBOM HEMOSMHOro AernapupoBaHus nopoLLka
genTtepyvaga TutaHa TiDigs (C pa3mepom yacTtuy
meHee 100 MKM) Ha BakyyMHOW yCTaHOBKe Tuna
CuepTtca npu Temnepartype ot 900 go 940 K. Uc-
XOAHbIV NOPOLIOK AewnTepuga TuTaHa Obin nony-
YeH MpsMbIM TMAPMPOBAHMEM TUTAHOBOW TYOKM.
Mocne BbigeneHns 3agaHHOro KonnyecTsa gente-
pust obpasubl oxnaxganuM co ckopocTbio 5 K/MuH
0o Temnepatypbl 473 K 1 3aTeM neyb OTKIo4anu.
MonyyeHne obpasua TiDoos (BCNeAcTBUE cheka-
HWUS1 YacTuy) conpoBoXxaanock obpaboTkon B wWa-
POBOW MeNbHMLE U NOCNeayloLmMM pacceBoM AN
nosnydeHnst ppakumm ¢ pasMepoM 4acTul, MeHee
40 mkm. CopepxaHue nentepusi B obpasuax onpe-
Oensann BOSIIOMOMETPUYECKMM METOAOM nocpen-
CTBOM CMJIaBMneHnst rmapuaa TutaHa ¢ Megpto npu
Temnepatype okono 1200 K wn nocneayrowmm
onpefeneHnemM AaBneHus BbIENMBLLETOCS rasa.

AndpakuMOHHbIN IKCNEePUMEHT
M npo6onoaroToBkKa

PeHTreHoBCKkMe audpakTorpaMmmMbl MOPOLLKOB
peructpupoBann Ha gudpaktometpe APOH-7 B
ONTMYECKOM reoMeTpum Ha oTpaxeHwe bparra-
bpeHTaHO ©-26 C UCNONbL3OBaHWEM PEHTIEHOB-
ckoro CuKa-usnyderusi. [Ona OeTekTMpoBaHUs
PEHTFEHOBCKMX KBAHTOB WCMOMb30Bann MUKPO-
CTPUNOBBLIA MO3ULMOHHO-YYBCTBUTENbHLIA AeTekK-
TOp C yrnosown aneptypou ctpuna 0,014 ° [7]. Yron
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pacxoXOeHusi PeHTTeHOBCKOro My4yka Ha BbIXOAe
n3 Tpybkm cooteeTcTBoBan ~1°; wenb Connepa
ycTaHaBnuBanu pasHon 1,5°. Ha gudpparnposah-
HOom nydyke — wenb Connepa cooTBeTcTBOBana
2,5°. [ina ycTpaHeHus napasuTtHOro [-usnyvyeHus
ucnonb3oBanu 6eta-punbTp 13 Ni donbrn.
UsrotoBneHue npob ona aHanmsa CoOnpoBOX-
4anocb NCTMpaHneM MOPOLLKOB NECTMKOM B arato-
BOW CTYNKe B cpeie aTaHona B TedeHne 5 MuH. lNMo-
NyYeHHYI0 CYCNeH3uno 3aknaabiBanu B yrnybneHue
KIOBETbI ANsi CbEMKU 1 pa3paBHuUBanu ans opmu-
poOBaHWs rMagkow NoBepxHocTU. TonwmHa obpas-
uoB Obina He MeHee 20 MKM, HEOOXOOUMBIX AfS
hopMUPOBaHMSA HACILLEHHOrO cros [8, ¢. 37].

TeopeTquCKMe acnekTbl metoaa PutBenbpa
AnA peweHusa 3agavum Konn4yecrteseHHoro
peHTI’eHO(*)GSOBOFO aHanunsa

Meton PutBenbga npeactaensieT cobown 3a-
Aadvy onTMMM3auun U OCHOBaH Ha MUHUMMU3ALUK
yHKUMOHaANa OTKMOHEeHna @ ansg AOCTUXKEHUs
Hauny4Llwero cormnacus Teopun ¢ 3KCNEPUMEHTOM
[8, c. 85-89]:

N
O = wi (I — 1reor), (1)
s=1

2de s — HoMep MoYKU Ha Oughpakmozpamme;
N — Kkosuyecmeo mouek Ha Oughpakmozspamme;

1 -
Ws:? — Cmamucmu4ecKuu eec 8 IMmOo4YKe S,
s

o2 — ducnepcusi UHMEHCUBHOCMU 8 MOYKe S;
IEP y ItheoT — skcnepumeHmarbHas u meopemu-

YeCKu pacc4HumaHHas UHmMeHCUBHOCMU 8 IMOYKe S.

MonHonpounbHbIN  aHanua metogom Put-
Benbga nposoaunu B nporpamme Jana2006. B ka-
YyecTBe MeToAa MUHUMWU3ALMU UCMONb3oBanu ar-
roputm Mapksapara (Marquardt).

OO6wee BbipakeHne Onist 3aBUCMMOCTU UHTEH-
CYBHOCTU B TEOPETUYECKON MOLENW NpencTaBns-
eTca Kak [8, c. 85]:

Jtheor (29) —

B(26) + kz Pt X |Frit|? X LPG X Ty X Pryt (204 — 26),(2)
hkl

20e [theoT(20) — meopemuyecku paccyumas-
Hasi UHMeHCUBHOCMb 8 mouyke; B(20) — uHmeH-
CUBHOCMb (bOHa 8 MoYKe; K — wKarbHbIU hakmop;
hkl — uHOekcbl Munnepa; pna — ghakmop noemopsi-
emocmu; |Fni|>~ cmpykmypHas amnnumyoa;
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LPG — 4neH, yyumsigarowjuli enusHue ornmuye-
ckol eeomempuu; Tha — MeKcmypHbIU ¢hakmop;
Py (204 — 20) — npogburnibHast hyHKUYUSI.

B KadecTBe npocumnsHon PyHKUUM
P11 (264 — 26)ncnonb3oBany yHKUMIO NceBao-
Bowrra (pseudo-Voigt) [8, c. 60-61]. 3aBucumocTb
MOSHON LWMPWHBI HA NONIOBUHE BbICOThI pechrnekcoB
oT yrna 6 onuceiBanu yHkumnen TomncoHa-Kokca-
XacTtuHrca (Thompson-Cox-Hastings) [8, c. 111].
Ons onvcaHns aHM3oTpoNuM ylmMpeHns pedek-
coB ncnonb3oBanu mMogenb CredeHca
(Stephens) [9].

[nsa yTouHeHua oxuaaeMbix No3uumi pednek-
COB 20;,,; ucnonb3oBanu Mogenb oWndKkn — caBur
obpasua (A26~cosH)[8, c. 54].PoH onnckiBanu no-
nuHomom JlexaHapa € MCnonb3oBaHMEM @oHa
PY4YHOrO yrpaBneHusl.

MaccoBoe cogepxxaHve das w;onpegensnu no
dopmyne[8, c. 81]:

1
w; = Z;M;V; X ki/z ZiMV; X k; ,(3)
=1

20e | — konuyecmeo a3 i 8 obpa3sye;
Z; — Kornu4ecmeso ¢hopMyribHbIX eOuHUY, 8 siHelike
0ns ¢gasbl i;
M;— MonekynspHasi macca ¢popMyrnbHOU eOUHUUbI
0ns ¢gasbl i;
V; — obbem anemeHmapHol ss4eliku 0ns ¢hasbl i;
k; — wkarnbHbIU ¢hakmop assbl i.

CnenyeT oTMeTUTb, YTO B MeTode PuTtBenbaa
cogepXaHue peHTreHoamMopHbIX (HenaeHTudu-
LMPOBaHHbIX) KOMMOHEHTOB HE Y4MUTLIBAETCS, T.€.

l

Zwi -1 @)

i=1

AHanu3 audpakrorpamm obpasuoB
AeWTepuaa TuTaHa Metogom PutBenbaa

Onsi pacyeTta CTPYKTYpHbIX amnnuTyg Fna [8, C.
81] wncnonb3oBanu CTPYKTYpHble Mogenu as,
npeacrtaeneHHole B Tabnuue 1 [1, 10, 10, 11]. MNpwn
NOMIHOMPOUITBHOM  aHanu3e  UCNosib30Banu
CTPYKTYpHble napamMeTpbl a3 B COOTBETCTBUM C
Tabnuuen 2.

[na onucanua acummeTtpun pedrekcos B 06-
nacTtu manbix AndpakLMOHHbIX YrioB NPOBOANNN
NONHONPOUNbHbBIA  aHann3  AudpakTorpamMmmbl
cTaHgapTa WHCTPYMEHTAanbHOro npodmns


http://www.acronymattic.com/Thompson-Cox-Hastings-(TCH).html

Bonpocbl aTOMHOW HAaYKU Y TEXHUKN.
Cepusa: MaTepuanosegeH1e 1 HOBble Matepuansl

(SRM660b, nopolwok rekcabopuga naHTaHa)
[8, c. 104;13], yTouHss (M BNnoOCneAcTBUM (PUKCU-
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Mo pesynbTaTam NOSTHOMPOUITEHOTO
aHanusa gudpaktorpamm  obpasuoB  Obin

pys) napameTpbl KOppeKuMM Ha pacxoxgeHue YTOYHEHbI LUKanbHbIN dakTop K, 4
(onums «correction by divergence» B Jana2006) KoaphunumeHTa nonvHoma JlexxaHgpa
C BBeeHnem orpaHmyeHns H/L= S/L, a Takke aBa B KOMOMHauuu ¢ (POHOM PYYHOro ynpasneHus,
napameTpa yHkumm TomncoHa-Kokca-XacTuHrea. napameTpbl NPOMUNbHbIX aHanUTU4eCKnx

Pernctpauunto  ancpakrorpamm  nccnegyembix
obpa3uoB 1 ctaHgapTa UHCTPYMEHTaNbHOro npo-
dvns NpoBOAMNM B OAWMHAKOBBIX 3JKCMEPUMEH-
TanbHbIX YCIOBUSIX.

dYHKUUA, napameTpbl 3NeMEeHTapHbIX SAYeeK,
ownbky caoBura obpasua M MaccoBble
gonn da3. CTpyKkTypHble napameTpbl a3
He yTOYHAMMN.

Tabnuua 1
Tabnuua 1 — CTpykTypHble Mogenu a3 gentepvaa TutaHa
KoopanHaTtbl atoma MapameTp
dasa ATOM ATOMHOTO CMeLLe- 3aceneHHoCTb
X y Z hns U. A2 nos3nuun
O- TUTaH Ti 0,33 0,67 0,25 0,008184* 0,083
O-pentepua Ti 0 0 0 0,007219 0,021
TuTaHa D 0,25 0,25 0,25 0,013425 0,031
P — Ti 0,25 0,25 0,25 0,005** 0,50
TMTaHa D 0 0 0,50 0,01** 0,25
D 0 0 0 0,01** 0,25
* — napameTp Ans obpasa coctaa TiDo,os;
**_ napaMeTpbl YCTAHOBIEHbI HAa PU3NYECKM NPaBOONOAOOHbBIX 3HAYEHUSIX.
Tabnuua 2
Tabnuua 2 — CTpyKTypHble NnapameTpbl a3 gentepuga turaHa
Yucno chop-
®asa lMpocTpaHcTBEHHAs BpyTtTO-thop- nast, A MYIbHBIX -
rpynna cummMeTpumn Myna HL
. a=295
a- TUTaH P63/mmc Ti b = 4,686 [10] 2
O-pevtepua Tv- Fm3m TiD1s a = 4,395(2)[10] 4
TaHa
y-aevtepug Tu- . a=4,199(3)
TaHa Pa2/n TiD ¢ = 4,576(2) [10] 4

B pesynbTtaTte nNONHOMPOMUNBLHOIO aHanusa
napamMeTpbl MacCoBbIX onen a3 gOCTUrM 3a-
OaHHoN CXOANMOCTH (n3ameHeHune napa-
mMeTpa/cTaHgapTHoe oTknoHeHne < 0,01). Bbico-
KoM koppensaunn (¢ KoadpPULUMEHTOM Koppensaumm
6onbwe 0,7) gaHHLIX NapamMeTpoB C ApyrMMU na-
pameTpamMu MOLENU He BbISIBNEHO.

Ha puc. 2 B kayecTBe npumepa npeacrasneH
pesynbTaT NofHONPOMUBLHOro aHanmsa andpak-
Torpammbl obpasua TiD1,04. He3HaunTENbHBIV pas-
BpPOC MHTEHCMBHOCTM Ha KPUBOW Pa3HOCTU Teope-
TUYECKOWN U 3KCMepuMeHTarbHON audpakrorpamm
NMoKasbIBalOT BbICOKOE cOrfiacue Teopuu C 3Kcrne-
pumeHTOM[14].
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Puc. 2. Pe3ynbmam rnonHonpoguibHo20 aHanuda memodom Pumeenbda uHghopmayuoHHoe dughbpakmoepammbl obpasua
TiD1,04 (pakmop GOF = 1,30, 838eweHHbIl R- ghakmop R, = gpakmopos 1,74%, 32 napamempa, 21 u3 KOMopbIX YyMOYHEH)
Teopemuyeckasi MoOerib npedcmasneHa crnowHol nuHuel, aKcrnepumMeHmarbHasi - moykamu.
BHu3y npusedeHa Kpusasi pasHocmu mMex0y aKcriepuMeHmarsbHoU U meopemuyeckol oughpakmoepammamul.

BnusHue cucteMaTMyecKux norpeluHocTemn
Ha pe3ynbTaTbl KONIMYECTBEHHOIO
peHTreHo¢a3zoBOro aHanumsa

OpgHummn  n3  Haubonee pacnpoCTpaHEHHbIX
(haKkTopoB, BNMALWNX Ha TOYHOCTb (NpaBuUsb-
HOCTb W MPELIM3NOHHOCTb) pPe3ynbTaToB Konnye-
CTBEHHOrO peHTreHoa3oBoro aHanu3a, sBns-
totcsa adpdekT Mukpoabcopbumm u cTaTtucTuKa
yacTtuy B ancpparmpyemom obbeme obpasua.

Odhdekt Mmukpoabcopbumm 3aknovaeTcsa B ce-
NEeKTUBHOM MOTMNOLLEHUN PEHTFEHOBCKOTO U3ny4ye-
HUSA YacTuuammn obpasua (ans reTeporeHHbIX Cu-
CTeM — 3&pHamMu) UM OMUCbIBAeTCA Teopuewn
BpuHanea [15]. Onsa ydeta gaHHoro adpdekra npu-
MEHSIIOT KOPPEKLUIO, y4nUTbIBasd abcopbumnto peHre-
HOBCKOrO M3Nny4yeHuss B 4actuuax (3épHax) o6-
pasua:

Vi

1 .
T; = Vf e~ WimBrigy (5)
L
0

20e 1 — (hakmop abcopbuyuu Ha 4Yacmuuye
¢hasbi I;

V; — aghgpekmusHbIli 06bem 3epHa ¢hasbl I

[t — cpedHull nuHelHbIlU KoaghghuyueHm rnoasno-
weHusi meepooli ¢hasbl obpa3sya;

r;—pasmep 3epHa ¢hassbl i.

Ona cuctembl TUTaH-BOAOPOA, BCNEeACTBME
HN3KOW 3NEeKTPOHHOM NNOTHOCTN aToMa BOAOPOAa,
pasnuuune NUHEerHbIX Ko3UUNEHTOB normoLle-
HUS ons gas rmgpuaa TuTaHa siBNseTcs He3Haun-
TenbHbIM.  Tak, npu wucnonb3oBaHun CuKa
nsnydenmss ans o-Ti NUMHEnHbIn KoadbpuUMEeHT
nornoweHuss  cocrtasnser 86,9 wmm?l, gna

0-TiD; 5 — 74,9 mmL, anqa y-TiD — 78,8 mmL. Takum
obpa3som, adhdpekT Mukpoabcopbumm He AOMmKeH
3HA4YMMO MPOSIBNATLCS B Crydae, ecnv pasmepbl
3épeH (ha3 Takke He3HAYUTENIbHO OTNM4YalTCA
Apyr oT Opyra.

YcnoBue [OCTaTOMHOW  CTATUCTUKU  3epeH
B 06nyyaemom o6bemMe onpeaensieTcs, kak[15]:

T < 1 (6)

Ona cobniogeHus (6) adpdhekTuBHBIA pasmep
3EpeH kaxgon u3 o-, o- u y-pas gomkeH ObiTb
MeHbLUEe 13 MKM.

[Nopolwok HecTexnomMmeTpuyeckoro nevtepuaa
TMTaHa npeacTaBnseT cobon  reTeporeHHyo
CcMUCTEMY, B KOTOpPOM Kaxdas vacTuua npencras-
neHa a-, 6- n y-casamu. Onpegenutb pasmep
3épeH a3 C yOoBMEeTBOPUTENbHON TOYHOCTLIO
ABnsieTcs NpaKkTUyecKkm HeOoCyLLEeCTBMMbIM.
[Ona onpegeneHns pasMepoB 4YacTuL, UCMNOMb30-
Banu metod nasepHon audpakuuun. K npuvmepy,
ona  obpasuya coctaBa TiD1os MeguaHHbIN
onametp dactuy Dso  coctaBun 25  MKM,
a Dgoo — 71 MkMm. [locne 5 MWH uCTMpaHusa B
araToBou cTyne B cpefe ataHona Dso— 10 MKwM,
Doo — 31 mkm. [pucyTcTBME KPYMHBIX YacTuy,
B MNOArOTOBMEHHbIX nNpobax cnocobcTBOBano
Hecry4yanHbIM ryKTyaunsiM KonuyectBa 3épeH
B AudparmpoBaHHOM 0O6bEMe obOpasua npu
MOBTOPHOM NpoOOonoAroToBke, YTO OTpaXKasnochb
Ha W3MEHEHMM MOrpeLHoCcTe OnpeaeneHns
MaccoBOro copepxaHusa @as. Tak, no pesynbTa-
TaM aHanu3a TpPEX pasnuMyHbix npobd oT
Kaxkgoro obpasua ansa a- n 6-ga3 norpeLHocTb
BapbupoBanace ot 0,04 po 0,8 mac. %, ans
y-asbl — ot 0,005 go 0,05 mac.%.
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AHanus KOMMep4yecKasa 3KCnepuMeHTanbHbIX
CBA3aHbl pe3ynbTaTtoB

B pesynbtate Ha BakyyMHOW YCTaHOBKe
OblNo KM3roToBNEHO 8 nOpOLWKOBbIX 0OpasLoB
devtepyga TUTaHa C aTOMHbIM  OTHOLUEHMEM
D/Ti ot 0,05 go 1,52. CogepxaHuem pentepusi
onpegenanu  BOMIOMOMETPUYECKMM  METOOO0M
aHanmsa ¢ norpewHocTteto 1,8% (P = 0,95).
Ons kaxgoro obpasua pewntepuaa TuTaHa
ObINO  M3roTOBNEHO MO Tpu Npobbl  Ang
peructpaumMm pudpakrorpamm B 06ractu yrnoB
o1 30 pno 150° 2.

Bo BCEX N3roTOBMEHHbIX obpasuax
naeHtTuumumpoBaHel a- 1 O-asbl, a TaKke
mMeTacTtabunbHas y-asa ¢ NPUMECHbIM coaepa-
Hnem ot 0,03 go 0,53 wmac. %. Pednexcol
Apyrmnx das He BbISABIEHbI.

B pesynbTate aHanmsa NOMyYeHHbIX
3KCNnepvMeHTanbHbIX AaHHbIX YCTaHOBNEHa 3aBu-
CMMOCTb MaccoBOro coaepxaHusi 0-casbl OT
rasocogepkaHua B obOpasuax JenTtepuga
TMTaHa (cm. puc. 3a). [llpu annpokcMmaumu
JNIMHENHON dyHKUMER Ko prUNEHT
Koppensaumm R coctasun 0,9998*,

1007 p=p,05; R=0,9998
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*(B pabome annpokcumauyuro JIUHelHbIMU
yHKYUsaMU fposodusiu C UCMO/Ib308aHUEM Me-
moda 838eWeHHbIX HauMeHbWUX keadpamos. [pu
3MOM 8 Kayecmee 8eC08 UCIO/b308alu 3Haqye-
Husi, obpamHbie OucrepcusiM COOMmeemcmayio-
wux rnapamempos).

Takke Obina ycTaHOBREeHa  NMHENHOCTb
3aBMCMMOCTM MaCcCOBOro cogepXxaHus a-gasbl oT
aToMHoro otHoweHusi D/Ti (cm. puc. 36).

OkcTpanonsaumen NMHuKn perpeccumn Ha puc. 36
Monyyunu  3Ha4yeHWe aToOMHOIO  OTHOLLEHWS
D/Ti paBHOe 1,54 + 0,02 (P =0,95),
xapaktepuaytouiee ¢asoBbii nepexog o/ a + o.
AHanua gudpakrtorpammbl, 3aperMcTpupoBaHHON
oT obpasua TiDis2 nokasan, 4To q-pasa
npeactaeneHa pedriekcoM C  OYeHb  HU3KOW
WHTEHCMBHOCTLIO.  [na  gaHHoro  obpasua
KONMMYEeCTBEHHbIN ha3oBbIn aHanus He
nposBoamncsa. OJTO 03HayaeT, 4YTO aToMHoe
oTHoweHue D/Ti paBHoe 1,52 gocTtaTouHO 6nM3KO
K dasoBomy nepexogy ©O/a+d. [HaHHoe
HabnogeHne cornacyeTcd € pesynbTaTtamu
onpegeneHns rpadHvubl  pasoBoro nepexoaa
0/ a+d oaKcTpanonauuen IKCnepuMeHTanbHbIX
OaHHbIX.

T T T T
[o] 30 60 90 120

T T T T T T T 1
150 180 210 240 270 300 330 360

3
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P=0,95; R=0,9998
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Puc. 3 — VsmeHeHue maccosoeo codepxaHusi a- (cHU3y) u 6- ¢pas (ceepxy) e detimepude mumaHa 8 obnacmu (a + 6 + y) a3
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Monaras xumMnyeckunin coctae y-dasbl, kak TiD
[10], n npuHMmasa cocTaB O-¢pasbl, Kak TiDisa,
OLIeHMINM KONNYECTBO AeNnTepusi, paCTBOPEHHOIO B
a-chase, UCNonb3ys pesynbTaTbl KONNYECTBEHHOMO
asoBoro aHanmsa. Ha puc. 4 npuBegeHa
3aBMCMMOCTb MapamMeTpoB a U C 3reMeHTapHowm
ayenkn a-Ti OT pacy€THOro  cogepxaHus
pentepus B a-Ti. Kak nokasbiBalOT pacyéThl,
B 0-dpase ogHoOro mM3 o06pasuoB pacTBOpseTcs
bonbluee KONMYECTBO AeNTEpPMs MO CPaBHEHMIO C

Bonpockl aTOMHON HayKn U TEXHUKN.
Cepus: MaTeprnanoBefeHue u HoBble MaTepuansbl

aneMmeHTapHon s4yenku. [lpu aTOM cpegHee
3HayeHne aToMHOro oTHoweHus D/Ti B ocTanbHbIX
obpasuyax cooteeTcTByeT 0,078+0,056 (P=0,95).
HaHHoe 3HaveHne YAOBNETBOPUTENBHO
cornacyeTca C 3aBUCUMOCTbIO Ha puc. 36.
Tak, npu MaccoBoM  cogepxaHun  a-Ti
paBHom 100% artomHoe oOTHoweHne D/Ti
cocTaBnsieT 0,047 + 0,003 (P=0,95).Takum
obpasom, 3aBNCUMOCTbL Ha puc. 36 06ocHOBLIBaET
oTCyTCTBME BMNUSHNS cucTeMaTUYECKMX
norpeLliHocTer B pesynbTaTax KONMYeCTBEHHOIo

apyrumm obpasuam, yTO cornacyeTcst
CcO 3HA4YNMbIM yBennM4yeHmnem napameTpoB peHTFeHOd)a3OBOF0 aHarnunsaa.
4 .80
- 4,78 , e = .
-
= 4.76
-; 4 .74
£ 4.72 D/Ti=1.43
= 4.70 i gy
2 68 /
=
5 2970
5 -
F 2965
= 2960 4
E ] P ®— napamerp a
Z 2.955 L ~ TP —
i | o B — napaMerp ¢
= 2,950 T T T T T 1
0.00 0.05 0,10 15 0.20 0,25 0,30 0,35

AToMHOE oTHOoOmweHMe D/Ti &8 ansda-Ti,

OTH.EO.

Puc. 4. UameHeHue napamempoes arieMeHmapHbIX s4eek a- Ti 8 3agucumocmu om amoMHO20 omHoweHus1 D/Ti
8 a- Ti 8 obpa3yax c amomHbim omHoweHuem D/ Ti om 0,05 do 1,43
CpedHue kgadpamuyecKkue OMKIIOHEeHUsT napamempos
8HYMpU 3KCriepuMeHmarnbHbIx moyek (~ 0,001 A)

B obwem, koppensauusa cogepxaHusa O-casbl
N rasocogepxaHua obpasuoB (cm. puc. 3. a)
obycrnoBneHa TeM, 4YTO OCHOBHas 4acTb
Jevitepus B obOpasuyax AenTepupga TuTaHa
coOepXxuTca MMeHHo B 0-dhase, cocTaB KOTOPOW B
obrnactm (a + & + y)-da3 He u3MeHsleTca W
cootBeTcTBYyeT TiD-15. Torga kak, nuHenHas
3aBMCMMOCTb MaCcCOBOro coaepxaHusa a-dasbl oT
rasocogepxanunst (cm. puc. 3. 6) cnegyer u3
ypaBHeHus (4) € y4éTOM  MPUMECHOro
cogepxaHus y-pasbl BO BCEX WCCreayemblx
obpasuax (o1 0,03 go 0,53 mac. %).

OnpepeneHue coctaBa 3-da3bl B AByxcha3Hon
obnactu chazoBon guarpaMmmbl

MonyyeHHble  OdaHHble  nokasanu,  4YTo
copepxaHue aentepus B a-Ti BO Bcex obpa3suax
MMeeT 3aBbllUEHHOE 3HAYeHUE MO CPaBHEHWIO C

AaHHbIMM  063opa [2]. Tak,
npu KOMHaTHOM  TemnepaType B
pactBopsietca 0,12 at. %
cooTBeTCTBYEeT aToOMHOMY OTHOLLEHUIO
H/Ti=0,0012. 3aBbllleHHoe cogepxaHue
Oentepus B a-dpase (B cpeaHem 7,2 aT. %) B
obpasuax, Nony4yeHHbIX Ha HacTosiwen paboTe,

no AdaHHbiM [2]
a-chbase
Bogopoda, 4To

AaBnseTcs nokasartenem opMMpPOBaHUS
HEepaBHOBECHOTO COCTOSHMS.

Omm.qaeTcsq, YTO MOBbILLEHHOE KOIMN4YeCcTBO
Jentepusi, pacTBopeHHoe B  a-hase, U

npucyTCTBUE MpuMecn metactabunbHon y-dasbl
MOFyT TNPUBOOUTb K CMELLEeHWO pe3yrbTaToB
KONMNYECTBEHHOIO peHTreHoda3oBoro aHanuaa
B CpaBHEHWN C pPaBHOBECHbIM COCTOSIHUEM.
Mpun nepexoge cuUCTeMbl K paBHOBECHOMY
COCTOSIHMIO  cogepxaHne  O-chasbl  AOIMKHO
yBENUUMBATLCH, a O-asbl — YMEHbLUaTbCs Mo
CpaBHEHUIO C pe3yrnbTaTamu, MoNydYeHHbIMU Ans
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HepaBHOBECHbIX 06pa3uoB. [ns OUEHKU BRAMSHWSA
AaHHoro addpekta ObINM NpoBedeHbl pPacyéTbl
copepxaHus 0-hasbl C  Yy4€TOM TOro, 4TO
npu  OOCTMXKEHUM  paBHoBecuMss B a-chase
octaHetca 0,12 aT. % peuntepuda. B pesynbtate
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Obina nonyyeHa 3aBMCMMOCTb, NPeACTaBneHHas
Ha puc. 5. OKcTpanonupysi NUHWIO perpeccun
K ocu abcumcc W yuuTbiBasi MOrPELUHOCTM
annpokcMmaummn, Nonyvyunu 3HavyeHne aToOMHOro
oTHoweHus D/Ti paBHoe 1,51+0,02 (P = 0,95).

P=0,95; R=0,99992

T T T T T
0,0 0,2 0,4 0,6

T T T T T T
0,8 1,0 1,2 1,4 1,6

ATomHoOe oTHoIliienue D/Ti, oTH. en.

Puc. 5. ameHeHue codepxaHusi a-¢ghasbl 8 NpubruxXeHUU pagHO8eCHO20 cocmosiHusi Oelimepuda mumaHa e obnacmu (a + 0)-¢gha3

MonyyeHHble pe3ynbTaTbl COrMacywTcs C
OaHHBIMW  onpefeneHus cocTtaBa O-gpasbl B
OByxdasHon obnactm ¢as3oBov aAuarpammbl C
NCMNOnb30BaHNEM HEeWTPOHOANMPAKLNOHHOTO
metoga [1]. o pgaHHbIM aHanuM3a MeToAoM
PuTtBenbaa HENTPOHHbIX andbpakrtorpamm
HECTEXMOMETPUYECKOro  aentepuga TMTaHa
aBTOPbl YTOYHMIIM BEPOSATHOCTb 3aCENEHHOCTU
atoma pentepua B O-(hase M yCTaHOBUNIM ee
cocTag, Kak TiDags.

BbiBoabl

MpoBeaéH nosiHoNpodUbHbIA aHanus
metogom PutBenbga B nporpamme Jana2006.
00pasuoB HECTEXMOMETPUYECKOro adevTepuaa
TUTaHa c aTOMHbIM OTHOLLIEHNEM D/Ti
ot 0,05 po 1,43. YcraHoBneH pa3oBbIi
coCTaB M ux cogepxaHune. [1oCTOBEPHOCTb

pe3ynbTatoB  KONMMYECTBEHHOIO  onpeaeneHns
(a3 obocHoOBaHa CpaBHEHWEM C pe3ynbTaTamu
BOMIOMOMETPUYECKOTO aHanusa.

YcTaHoBneHa nMHenHas Koppensums
(R =0,9998) maccoBoro cogepxaHusa 6-gasbl (1
a-chasbl) OT coAepXaHus OenTepus B MOpPOLLKe
aentepuaga TutaHa B obnactm (a + & + y)-gpas.
lMokazaHo, 4TO (ha3oBbLIN COCTaB UCCreayemblX
ob6pasos ©nm3ok K paBHOBECHOMY.
HesHaunTenbHble OTKNOHEHWS OT PaBHOBECHOTO
(aszoBoro coctaBa OOYCNOBMEHbI MNPUMECHbLIM
cogepxaHvem mMeTacTabunbHON y-hasbl
(meHee 0,5%) ¥ NOBbLIWEHHOW PaACTBOPUMOCTbLIO
OenTepus B rekcaroHanbHoOW peLléTke a-gasbl.

OnpepeneHa rpaHuua ¢asoBoro nepexopa
HECTEXMOMETPUYECKOTO  JdeiTepyaa  TuTaHa
d0/a + & + y, COOTBETCTByWOLlas aTOMHOMY
oTHoweHuto D/Ti pasHomy 1,51.
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