XVIMEXIAYHAPOAHASA KOHOEPEHIIVA CTYAEHTOB, ACIIMPAHTOB U MOJIOABIX YUYEHBIX 73
«TEPCIIEKTUBbI PA3BUTUA ®YHAAMEHTAJIbHBIX HAVK»

MOJEPHU3AIINA PEHTTEHOBCKOI'O IU®PAKTOMETPA JJISAI UCCJIEJOBAHUS
CTPYKTYPHBIX U ®A30BBIX UBMEHEHU B MATEPUAJIAX B CPEJIE BOJOPOJA
J1.C. bpurtrt, I'.B. N'apanun
Hayu4nsrit pykoBomuTenb: accucTeHT kKadeapsr oomeit usnku M.C. CeipTaHoB
Hanuonanenelit ncciaegoBaTenbcKuid TOMCKHI MOJUTEXHUYECKUN YHUBEPCUTET,

Poccus, r.Tomck, mip. Jleanna, 30, 634050
E-mail: D.S.Britt@yandex.ru

UBGRADE OF X-RAY DIFFRACTOMETER FOR STUDIES OF STRUCTURAL AND PHASE
CHANGES IN MATERIALS UNDER HYDROGEN ATMOSPHERE
D.S.Britt, G.V.Garanin
Scientific Supervisor: assistant PhD M.S. Syrtanov
Tomsk Polytechnic University, Russia, Tomsk, Lenin str., 30, 634050
E-mail: D.S.Britt@yandex.ru

Abstract. In this paper, the upgrade ofx-ray diffractometer for studies of structural and phase changes in
materials under hydrogen atmosphere was carried out. The main components of the diffractometer were

described. Also techniques for diffraction patterns obtaining in the in situ mode were worked out.

BBenenne. B coBpeMeHHOH TPOMBINIUIEHHOCTH WMEIOT OONBIIOE 3HAYEHHE KOHCTPYKIIMOHHEIC
MaTepHalbl, YCTOMYMBBIC K BRICOKAM TEMIIEpaTypaM H arpecCUBHBIM CpeaM, 9TO IMPUBOIUT K HEOOXOAMMOCTH
aHaJiu3a CBOWCTB MAaTEPHAJIOB B TAKUX yCIOBUAX. OJHUM M3 HanboJiee MPOCThIX U PACIPOCTPAHCHHBIX METOJIOB
U3YYCHUS CTPYKTYPHO-(Da30BOTO COCTOSIHHMS MATCPHAIOB SBISICTCS PEHTICHOBCKas mudpakromerpus [1].
[IpoBexnenue in situ TUGPAKIMOHHOTO aHAIHM3a HA UCTOYHUKAX CHHXPOTPOHHOTO m3nyueHus (CU) 3aTpynHsercs
CTallMOHAPHOCTHI0 UCTOYHHKOB CU, OonbIIMMU pa3MepaMu CTAHIMH M WX JOPOTOBU3HOW. B cBs3m ¢ 3TUM,
CYIIECTBYEeT HEOOXOIOMMOCTh CO3/aHHS YCTAaHOBKH, ITO3BOJITIONICH MHPOBOIHWTH HCCICIOBAHUSA CTPYKTYypHO-
(ha30BBIX MaTepHUAJIOB B TAOOPATOPHBIX YCIOBHUSX.

OcHoBHbIE  y3J1bl  MOJAEPHU3UPOBAHHOr0  AuppaxkroMerpa. JuPpakIMOHHBIH  KOMIUIEKC
paspabateiBasicss Ha Oase yaboparopHoro auppakromerpa Shimadzu XRD 7000S.OcHOBHBIME 3JIEMEHTAMHU
KOMILIEKCA SIBIITIOTCS: BRICOKOCKOPOCTHOW MATPUYHBIN JETEKTOp, PEHTTCHOBCKAs TPYyOKa ¢ MEJIHBIM aHOAOM H
CHCTEMA I10/1a4H ra3oB, COeIMHEHHAs C BRICOKOTEMIIEpaTypHOil ra3opaspsiiHoi kamepoi. JlocTikeHne BBICOKUX
TemnepaTyp Mpou3BOAUTCS 3a cu€T BblcokoTemmeparypHoit kamepsl HTK 2000N. HarpeBatenem sBisercs
MeTaJuIndecKas IJIacTHHA W3 BOJb(pama, HarpeB OCYIISCTBIIETCS PE3UCTOPHBIM METOIOM. JIJIs perynupoBKH
TeMIepaTypbl UCHOIB3YIOT U3MEHEHHE BEIMYMHBI MPOITyCKAaeMOTo TOKa, JOHama3oH Temmepartyp (25-2300)°C.
OKCIIEPUMEHTHI B PEKUME in ity TIPOBOAATCS 32 CUET HCIIOIB30BAaHUS BRICOKOCKOPOCTHOTO HIMPOKOYTOIHHOTO
nerekropa OneSight. JlaHHEI IeTEKTOp SBISAETCS TMHEIHBIM KPEMHHEBBIM MYJIbTHIIONOCHBIM 1280-KaHaIBHBIM
MAaTPUYHBIM JICTEKTOPOM. CO CICIYIOIUMH XapaKTePUCTHKAMHU: NIUPHHA KaHaia — 50 MKM, JHana3oH SHEPrui —
(5-30) x»B, yrmoBoe paspemenne — 0,0104°. MueprHas W arpeccHMBHas CpeIbl CO3JAIOTCS 3a CYET

KOHTpOHpreMOﬁ CUCTCMBI I10JJa4YH I'a30B. Ha PUCYHKE 1 MpeaCTaBjicHa CXEMa HI/I(i)paKIII/IOHHOFO KOMILJICKCA.
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Puc. I — Ipunyunuanvnas cxema Ou@paxyuonnoz2o komniekca: 1 — baiion unepmuoeo easa; 2 — eenepamop
6000po0a; 3 — 2a306bill cMecumens,; 4 — Kamepa 8PEMEeHHO20 XpPAHeHUs 2a3d, 5 — bICOKOmeMnepamypHas
Kamepa, 6 — eakyymuulil nocm, 7, 8 — damuuxu oagnenus, 9 — eazoeulii pedykmop, 10, 11, 12, 13, 14, 15 —

KpaHbl pYy4YHO20 YnpaelerHusl

B raszoByio cucreMy WHEpPTHBIN ra3 BBOIAT C ITOMOINBI0 OaJIOHOB. Taxke B CHCTEME IMPEIyCMOTPEH
TeHEepaTop BOAOpOJA AUl MPOBENCHUS HCCIEIOBAaHMK B cpele BoAopona. MMeeTcs BO3MOXHOCTh MPOBOAMTH
HCCIIeIOBAHMsSI B CMECH IBYX Pa3IMUYHBIX Ia30B, 32 CUET KaMephl BpDEMEHHOTO XpaHeHus ra3a. Bakyym cosparot ¢
oMoLIbI0  (DOPBAKYyMHOTO M TYpOOMOJICKYJISIpHOTO HacocoB. CoyeTaHHe HACOCOB IIO3BOJISIET JIOCTHYb
OCTATOUHOrO JaBjeHus nopsiaka 8-107 Ia.

OtpaGorka MeToaukm mogaydeHuss gudpakrorpamm. OtTpaboTKa METOMUKH  HOJYYEHHS
I(PaKIHOHHBIX KapTHH B PEXHME in situ Oblla TpoBeleHa B 1Ba d3Tama. lIepBbI 3Tam 3akirodancs B
perucTpanuu Iu(GpakTorpaMM CTaHAAPTHOTO 0Opaslia Mopolnka kKpemHus. Harpes mopomrka npousBOAMICS OT
30 °C, co cKOpoCTBIO HarpeBa 5°/MWH B BaKyyMme, BpeMs dKcmo3umnmu 2 MuH/kKaap, no 700 °C. Xapaxtep

moseneHus pediekca (311) mpexcrasiieH Ha pucyHke? (a).

Bpewmsi, mun

311 Si nopowmor 0 50 [ 150 200

T=30-700 °C, 5°/mun

T T T T -
=2 MHH/Kaap 0.5433 L * * . + .l +.
L I
05432 4 % e
0.5431 4 [ i
T .
T=700°C = 0.5430 4 o E
3 ES . ]
= 7 \ - 05429 + i i
: - / — 0.5428 - T T 4
—— — 0.5427 ;' = 4
_ Ld

r . T v T T 1 ——————————————————

558 56.0 362 56.4 0 100 200 300 400 500 600 70D 700 700 700
26, rpajychl Temnepartypa, °C

Puc. 2 — Xapaxmep nosedenus pepnexca 6 npoyecce nunetinoeo nazpesa oo 700°C (a) u 3asucumocms

napamempa a d1eMeHmapHoll pewémxu om memnepamypsi (6)
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V3meneHne mnapamerpa a »JJIEMEHTAPHOW SMEWKM CTaHAApTHOro oOpasna OBIJIO ONpelesieHO 110
HN3MEHEHHIO TIOJIOKEHUS pedieKkcoB. 3aBHCHUMOCTh IapaMeTpa a KpeMHHEeBOro oOpaslia NHpejicTaBieHa Ha
pucynke 2 (6). B pesynbrate 6511 pacuntan ko3¢ durment repmudeckoro pacmmpenns (KTP). KTP cocraBun
4.9- 10 C. IIpu cpaBHeHNH ¢ TabmMuHBIM 3HaYeHUeM, Tie KTP mexur B npenenax ot 2,4- 10° C! no 5,1 10°¢
C’', MOXKHO CJIe/aTh BBIBOJ, 4TO OTYUEHHbIH Pe3yIbTAT JIEKHAT B JOMYCTHMOM HHTEpBAJIE.

Ha BTOpoM 3Tamne mpou3BOIMINCE in Situ TA(PAKIIMOHHBIE U3MEPEHUS, B X0A€ KOTOPHIX MTPOU3BOIUIOCH
BOCCTAaHOBJICHUE YJIbTPAJUCIEPCHOTO MOPOIIKA OKCHIAa MEIH B Cpelie BOAOPOJA B M30TEPMUYECKHX YCIOBUSIX.
HMasnenuem Bogopona cocrasisuio 0,5 armocdep. Harpes nopomika 1o remneparypst 200 °C nmpou3BoanIIcs npu
naBnenny nopsiaka 2-107 ITa, mocie Yero oCyIeCTBISNICS HANYCK BOAOPOAA. Peructparms audpakrorpamm
MIPOU3BOIMIIACH B Anamna3oHe yriaoB mo 20~(30+53)° Bpems skcnosurun | mun/kaap. Cepus mudpakrorpamMm

Iporiecca BOCCTAHOBIICHHUS MEH MIPECTAaBIICHa Ha PUCYHKE 3.
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Puc. 3 — Cepus oughpaxmoepamm npoyecca 60ccmanosienus Meou U3z oKcuoa meou noo 0deleHuem 6000pooda 6

uzomepmudecKux ycioeuix

B xome skcmepuMeHTa HaOIIOAANTOCh CHIDKEHHE WHTEHCHUBHOCTH pPE(IEKCOB OKCHAA MEIW W POCT
WHTCHCHUBHOCTH peIIeKCOB MeTaIUTMYECKON Meau. Bpemst moHoN KOHBepcHH OKcuaa Mean 13 MHUHYT.

PesyasTarsl. B xone nmpoaenanHoii paboThl ObLIT MOJCPHU3UPOBAH PEHTTCHOBCKUN TU(PpPAKTOMETEp JUIs
in situ uccnenoBaHui (a30BBIX MPEBpAIlCHU B ra3oBoil cpene. s mpoBeleHUs UCTIBITAHUN B MHEPTHOHM U
arpeccMBHOW cpemax Oblia paspaboTaHa cucremMa mojadd ra3oB. OTpaboTaHa METOJUKA TOJIYYCHUS
qudpakTorpaMM B mpolieccax JIMHCHHOTO HAarpeBa U BOCCTAHOBIICHHS OKCHJa MEIU B cpene Boaopona. B xome
otpaboTku 6611 paccuntan KTP, kotopsiit coctasmn 4,9-10° C, coorsercTyromuit JUTEPaTypHBIM JaHHBIM, a
TaKke YCTAHOBJICHO, YTO BpEeMs IOJHOW KOHBepcHs okcuiaa meau mpu temreparype 200 °C m naBieHUH

Bozmopoaa 0,5 atM. cocTaBisieT 13 MUHYT.
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