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Beeaenue. JluneliHble CONpPSDKEHHBIE MOJEKYJIBl C  TPUMETHICHWIAIBHBIMU (TMS-Ph-BTD), H-

HEeHTpaTbHBIM OeH30THanHa30mbHEIM (BT /) pparmenTom
XOpOUIO M3BECTHBl KaK CTaOWJIbHbIE OpraHUYeCcKHe
TMOMUHO(DOPEI ¢ 60IbIUM cBUTOM CTOKCa U BBICOKHM
KBaHTOBBIM BBIXOIOM (uryopecteniun [1]. Kpucramrst
Ha OCHOBE 3TUX COCIMHEHUN UMEIOT OOJIBIION TOTEHITHA
JUIA Pa3pabOTKU IMHPOKOTO CIIEKTPa OMTOAJICKTPOHHBIX
YCTPOWCTB [2-4]. Onnako CHCTEMAaTHYECKHUX
HCCJIEJOBAHUN KPUCTAJUIM3ALUN COEIWHEHHH HaHHOTO
KJIacca B 3aBUCHMOCTH OT COCTaBa COTPSKEHHOTO S/pa
TEPMHUHAIBHBIX 3aMECTUTENICH B PAa3IUYHBIX BHEIIHUX
YCJIOBUSIX B JIUTEpAType OdeHb Maio [5-7].

[ToaTomy mnepen wucciaenoBareIsiIMU CTOMT LENbIH sl
3aJla4 10 CO3JIaHUI0 KPUCTAUTMYECKUX MATEepPHAIIOB, KaK
B BHUJIC TOHKHX CIUIOIIHBIX IUICHOK, TaK M OOBEMHBIX
00pa3loB B CBSA3U C BBICOKO BEPOSTHBIM IMPOSBICHHEM
nosmMopusMa. JanHast pabota MOCBSIIIEHA
HCCIIEJIOBAHUSIM pOCTAa M3 PACTBOPOB M CTPYKTYpPHI
kpuctawioB  4,7-nmudenun-2,1,3-6enzoruanazona (Ph-
BTD) u ero MPOM3BOJHBIX  C  KOHIIEBBIMH

rexcunbHbIMU (Hex-Ph-BTD) u u-neummnsaeivu (Dec-
Ph-BTD) 3amectutensmu (puc. 1).

JKcnepuMeHTAIbHAS YACTh U 00CY:KIeHHe
pe3yJbTaToB

B xoze uccienoBanus ObUT U3yYeH POCT KPHCTAILIOB
B CJa00-HEPaBHOBECHBIX YCIOBHSX H30TEPMHUYECKOTO
BBITIAPUBAHMS PACTBOPUTENA (METaHOJ, H30IPOIaHON,
aneToH, rekcad) mpu 22°C. @a3oBblif  cocTaB
MONMyYEHHBIX  KPHUCTAJIOB  HCCICAOBAIA  METOJIOM
nopomkoBoi audpakumu Ha audpaxromerpe TDM-20
(Tongda, Dandong, Kwurait) (m3myuenme CuKo, A =

1.54178 A, ckopocts 3ammcm 1 Tpaa/MuH).
Kpucramuimyeckoe W MOJEKYJISpPHOE  CTpPOCHHE
WCCIIeI0BaN METOJIOM MOHOKPHCTaTLHOU

peHTreHOBCKOM audpaknuu Ha nudppakromeTpe XtaL AB
Synergy-DW,  HyPix-Arc 150 (Rigaku Oxford
Diffraction).
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R=-H, -Si(CH3)3, -CgH13, -C1oH21

Puc. 1. Obwas cmpyxkmypuas gpopmyna
uccredyemvix coeouHeHull
Pesynprarel HcclneqOBaHUS pocTa W3 PAacTBOPOB U
CcTpyKTypsl Kpuctaminos coenunenuii Ph-BTD u TMS-
Ph-BTD panee Obuin mpencraBieHsl B [6,8]:

kpucrainnyeckoe crpoeare Ph-BTD yrouneno B mp. rp.
P-1 (Z/Z2'=4/1) (poct u3 rekcaHa), a sl KPHCTAILIOB
TMS-Ph-BTD BnepBbic  ObITM  BBISBICHBI  JIBE
nouMopHbIe MOTUGUKAIUH B TIp. Tp. P21/c (Z/Z"=32/8)
— I (poct u3 rekcana) u B mip. 1p. P n a a (Z/2°'=12/1.5) —
IT (pocT U3 cMecu Tomyosia U u3ompomnanona) (tadia. 1).
UccnenoBanus pocra kpuctamuioB Ph-BTD B paznuunabix
pAcTBOPHUTENSAX HE BBUIBIIM HOBBIX IMOJTUMOP(HBIX
MoAn(UKAINIA, a TP BBIpaluBaHuU Kpuctayuios TMS-
Ph-BTD wu3 cmecu ameroHa ¢ H30IPOIAHOJIOM ObLIa
oOHapy)XeHa  HOBas  TPUKJIMHHAS  MOJTU(PHKAIHS,
napaMeTpbl 3JeMEHTapHOU SYeHKH KOTOpOi BMecCTe ¢
JAaHHBIMH JUISI paHee BBUIBICHHBIX MOHOKIMHHOH H
poMOudecKkoit Moan(pUKaIKil peIcTaBIeHbI B Tab. 1

Tabnuya 1. Hapamempol saemenmapnoil suetixu oas kpucmanios TMS-Ph-BTD u Dec-Ph-BTD.

BemectBo TMS-Ph-BTD Dec-Ph-BTD
XUM. (I)OpMyna C24H2881sti2 C33H54N2$1
dopma 1 11 111 I (rony0nIe) 11 (3eneHbIe)
T,K 85 85 293 293 293
[p. rp. P2i/c Pnaa P-1 P-1 P-1
7/Z 32/8 12/1.5 8/4 2/1 6/3
a(A) 22.99190(1) 11.7932(1) 12.9096(2) 7.10520(1) 10.0885(2)
b(A) 41.32930(1) 24.0806(1) 17.9893(5) 10.42290(1) 15.8998(3)
c(A) 22.53620(1) 25.5473(1) 22.5015(4) 23.3932(2) 33.0370(6)
o, (rpan) 90 90 69.366(2) 95.7013(9) 86.4799(15)
S (tpan) 118.0538(3) 90 86.0509(15) 92.2973(9) 87.6934(16)
y (Tpam) 90 90 83.1131(19) 102.5678(1) 84.4908(15)
Vo (A%) 18898.7 7255.11(7) 4853.13 1679.15 5261.73
Jns  wmonokpuctawioB  TMS-Ph-BTD  1pex  pombuueckoro mnonumoppa TMS-Ph-BTD Bmecte ¢

NOIMMOPGHBIX MOAMGDUKAIMN XapaKTepHO HaIUIHe
HECKOJNBKHUX KOoH(popMepoB (puc. 2). CTpyKTypHO Bce
KOH(OpPMEpHI MOJKHO OTHECTH K ABYM THIIAM MOJIEKYI C
npubausutensHoi cummerpueil ~C; u ~Cs, oTBevaroniei
opueHTaMd (QEHWIBHBIX TPYMI OTHOCHTEIbHO BT/I
¢dparmenTa: pa3HOHaIIpaBICHHBIC ~C» 17§
oaHoHampaByieHubie  ~Cs.

B onemenTapHol stueiike

(@) o

~C2

koHpopmepoMm Tuna ~C Takke HaOmogaeTcss T. H.
«cpemusisiy MoyleKyna ¢ KoHgpopmanueir ~Cs, KOTOpas
€CTh CII/ICTBUE CTATUCTUYECKOTO OECIOpsKa MOJIEKYJI B
kpuctawie. COOTHOIIEHUs KOH()OPMEPOB MO THILY
npubmm3uTensHo cummerpun ~Co/~Cs B KpHCTaUIax
BBISIBJICHHBIX TIoTUMOpdoB ciemyroree: 1 - 3/1, 11 — 1/1,
1 - 1/1.

Puc. 2. Accumempuunule 610KU 21eMEHMAPHBIX UEEK MPUKTUHHOU (@), MOHOKIUHHOU (6) U pombuueckoil (8)
moougurayuii kpucmannos TMS-Ph-BTD. Ha pucynke yKka3anvl 3HA4eHUs MOPCUOHHBIX Yel08 U NPpUOIUUMeTbHble
moueunvle Spynnbl CUMMEmMPUL MOIEKY (YBemoM 0003HaAYEeHbl PA3TUYHbIE KOHPOpMEDDL).
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Kpucranner Hex-Ph-BTD pactyt B Buzme xoportio
OTPaHEHHBIX IJIACTUHOK JUTMHOM 710 1 CM U TONIIMHOH 110
200 wMkMm, kotopeile Tox Y@  ocBemieHueM
(bayopectmpyroT 3elieHbIM cBeueHueM (puc. 3a). s
Dec-Ph-BTD BEISBIICHBI IBE HOJIUMOpGhHbIE
Mmoaupukanmu (tabn. 1): I - mpusmaruyeckue
TPUKIMHHBIE KPUCTAIUIBI C TONYyOBIM JIFOMHHECIICHTHBIM
cBeueHueM U Il - uronpyarbie TPUKIMHHBIE KPUCTAIUIBI C
3eJIieHbIM JIFOMHUHECLIEHTHBIM cBeueHueM (puc. 30). Ha
puc. 4 npusenensl kKoHpopmaru Mojiekya Dec-Ph-BTD
B KpUCTAIax JdaHHBIX moiuMopgoB. Kpucramn
nonuMophHON  Momudukarmmu I coctouT W3
KOH(QOPMEPOB OTHOTO THIIA C TOPCHOHHBIMH YTJIAMHU
Mexny BT/l rpynmoii u pernnamu 54.2°/34.0°(puc. 4a).
B He3zaBucuMo# 00macTH 2MeMEHTAapHOM  sYeHKU
kpuctawia Il HaxomguTess Tpu MOJeKybl (puc. 40), s
KOTOPBIX H3-32 HEBBICOKOTO KadecTBa 00pa3IoB
JIOKaJIU30BaTh METO/IOM MOHOKPHCTaIBHOTO
PEHTTEHOCTPYKTYPHOTO aHaIN3a BCE MO3UIMH KOHIIEBBIX
CH»- u CH3-rpymi He yaaiocs.

Puc. 3. Jllomunecyenmmuvie uzobpasicenus
xkpucmannog Hex-Ph-BTD (a) u Dec-P-BTD (6) (I —
npuzmamuyeckue 2onybuvie Kpucmannel, 1l — ueonvuamuole
3eneHble KPUCAIbl).

B nmamHOM Cciy4ae TOPCHOHHBIC YTJIBI MEXIY
CONPSKCHHBIMH ~ TPYNIIAMH  MOJICKYJ HAaXonsaTcsi B
npenenax  27-47°.  I[lpuOnusurenbHas CHUMMETPHA
MOJIEKYJ1 B  KpUCTADIAX O00EMX  MOTMMOPQHBIX
Moaupukaruit ~Co.

Puc. 4. Konghopmayus monexyn Dec-P-BTD 6
Kpucmaniax noaumopgruix moouguxayuii I (a) u 11 (6).
Ykazanvl snauenus mopcuonnvix yenoe mencoy bT][
@pazmenmom u heHUNbHBIMU SPYRNAMU.

3akiouenune

[Tokazano, urto kpucrtamisl Ph-BTD B cnabo-
HEPABHOBECHBIX YCIIOBHSAX POCTa B Pa3IMYHBIX THIIAX
pacTBOpHTENCH CTAOMIBLHO KPUCTAJUTU3YIOTCS B OJTHOU M
TOW K€ MPOCTPAHCTBEHHOU TPYIIIE, C OJHUM U TEM Ke
KPUCTAUIMICCKAM CTpOCHUEM. J[715 MOHOKPHCTAILIIOB
TMS-P-BTD =©a ¢oHe aABYX paHee H3YYCHHBIX
MOHOKJIMHHON W POMOMYECKOW MOIM(UKAIMNA BIICPBbIC
BBISIBJICHA TPUKJIMHHAS TOMMMOp(hHAs MOJU(PUKAIIHA.

BepostHOCTE  popMupOBaHUS  TOH MM HHOM
nmouMophHOH  MomuM(pUKAIMH B MpOIEcce pocTa
MoHokpucTtaiio TMS-P-BTD 3aBucur or THna

WCTIONB3yEMOTO pacTBOpUTENA. BriepBble BBISBICHO
HaJIM4ME [JIBYX MOMUMOPQHBIX MOIU(PHUKAIINA I
MoHOKpucTaioB Dec-Ph-BTD, kpuctamnusyrommuxcs B
OJIMHAKOBBIX YCIIOBUSIX: MPU3MAaTHYECKUE TPUKIHHHBIC
KPHCTAIUTBI ¢ TONXYOBIM JTIOMUHECHEHTHBIM CBEUCHUEM -
¢aza I (mp. rp. P-1, Z=2) u urospyarbiec TPUKIHHHBIC
KPHUCTAJUIBI C 3€JIEHBIM JIIOMUHECIICHTHBIM CBEYCHHUEM —
daza Il (p. rp. P-1, Z=6). Ilpu xpucTammu3anmu B ciabdo-
HEPABHOBECHBIX YCIOBHUIX H-T€KCUIBHOTO IPOU3BOIHOTO
Hex-Ph-BTD oOpazoBaHune HOJUMOP(HBIX
MoaupuKaluii He ycTraHoBIeHO. Takum o0pa3om, B
pe3ysibTaTe HCCIEAOBAaHUSl pOCTa U3 PAaCTBOPOB H
CTPYKTYpBI KpHUCTaJJIOB 4,7-mupennn-2,1,3-
Ooenzornamazona (Ph-BTD) u ero mnpou3BOOHBIX C
KoHLeBbIMU TpuMeTwiicuuibHbIMU (TMS-Ph-BTD), B-
rekcuiibHbIMUA (Hex-Ph-BTD) u r-nenunsabiMu (Dec-
Ph-BTD) 3aMECTUTEISIMU YCTaHOBJIEHO
CTaOMIU3UPYIOIIEe BIUSHAE KOHIIEBBIX —AJKIIBHBIX
TPYIII MOJIEKYJI TP (POPMHUPOBAHHU KPUCTAILIOB.

Hccneoosanust 6binonnenyl 3a cuem spanma
Poccuiickoeo nayunozo gponoa Ne 22-13-00255-11, a 6
yacmu UCCaIe008aHUsl NOIUMOPOHOU MOOUPUKAYUU
Kpucmannoe mpurkiurtou ¢azvrt TMS-Ph-BTD - npu
noooepcke Munucmepcmea HAYKU U 8bICULE20
obpazosanusi P® 6 pamxax cocydapcmeennozo 3a0anus
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Peculiarities of triglycine sulfate single crystal growth
Anisimov S.S., Grebenev V.V.

A.V. Shubnikov Institute of Crystallography of the Kurchatov Complex Crystallography and Photonics of
the NRC "Kurchatov Institute" Moscow, Russian Federation
The article presents studies of the polar face (010) growth kinetics and the processes of defect formation in triglycine
sulfate single crystals during crystal growth below the ferroelectric phase transition temperature.

Keywords: single crystal growth, ferroelectrics, triglycine sulfate, phase transition, growth morphology of facets,

defect formation.

Coenunenne Ttpurnuimuacyiaspatr (TI'C) sBnsercs
W3BECTHBIM CETHETORIEKTPUKOM c BBICOKUMU
3HAYCHUSAMH THPOIJICKTPUICCKHX KOI(D(DUIIUCHTOB H
MajJbIM BPEMEHEM penakcauuu. B Hacrosmee Bpems
nerupoBaHHele L—a amaHMHOM  JeHTepUpOBaHHBIC
o6pasiel MmoHokpucTawioB (JIAITI'C) npumeHstoTcs B
KauecTBe UYyBCTBUTEJBHBIX JJIEMEHTOB  Pa3IMYHbIX
JATYUKOB, HATNpUMep, MHAPAKPACHBIX JETEKTOPOB LIS
dypbe-criekTpoMeTpoB. TakuM 00pa3oM, 10 CHX IOp
CyIIeCTBYET MOTPEOHOCT B 3HAYUTENBHBIX O0BEMax
MOHOKPHCTAJIJIOB c ANEKTPUIECKUMHU
XapaKTepPUCTUKAMH,  OTBEYAIOIIUMH  TpeOOBaHUSM,
MPEIBSABIAEMBIM TAIbHEUILIEH SKCIUTyaTaluen.

[To nuteparypHbiM naHHBIM pocT kpuctaiwioB TI'C B
OCHOBHOM MPOBOIMUTCS INpH mnepechbiieHusx ¢ ~ 0.5%,
YTO TMI03BOJIIET MOJy4yaTb KPYNHBbIE MOHOKPHCTAJUIBI
ONTUYECKOTO  KadecTBa. PocT  KkpucTamioB  ObuI
UCCIIENOBaH W TIpH Ooliee BBICOKUX IIEPECHIIICHUIX:
rpanb (110) no mepeceimenuii ¢ ~ 3.0% [1], rpans (001)
110 niepechllieHnH G ~ 4.5% [2] B KHHETHYECKOM PEXUME
pocrta. Ilepecwimenus 10 ¢ ~ 18.0% 11t Bcex OCHOBHBIX
rpaHell KpucTayula OBLTH HCCICHOBaHBI B padore [3],
OJTHAKO POCT MPOUCXOAMI B IUPPY3HOHHOM PEKUME,
MO3TOMY JIaHHBIC JIJISI KWHETHYECKOTO PeXHMa pPOCTa, C
TOYKHM 3pEHHs BbIpallMBasg KPYIHBIX KPUCTAJIOB, HE
MIPEJICTaBIIIOT HHTEpECa.

IIpumenenne xkpucramoB TI'C mnpoucxoaur, Kak
npaBwio, B aedekTHoi dopme. JledekTh B KpucTamie
co3maroTcss ansd  (pUKcalMM  TOMEHHOH CTPYKTYPHI,
koropas B uuctoM TI'C sBisieTcs TMOABMXKHONW U
HecTaOMIBHON. Jle(eKThl BBICTYMAIOT CTONOpPAaMH MpH
MePEenoIpU3aLH KpHUCTaJlIa Win
MEXaHWYECKUX/TETUIOBBIX BO3zAcicTBUH. [lapameTtpom,
MPOTIOPLIHOHATIBHEIM ~ KOJIMYECTBY  3a()MKCHPOBAHHBIX
CTOIOpPaMHU JIOMEHOB SIBJISIETCS T0JIE CMEUICHUs METIH

QJICKTPUYECCKOTO TUCTCpE3HUCA, u OHO SIBJIIACTCA
KIIOYCBBIM npu H3roTOBJICHHUHN YYBCTBUTCIIbHBIX
OJIEMCHTOB  IMUPOIJICKTPHICCKUX yc’[’pOI\/'ICTB . Takum
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obpasoM, TpeOyercss HE TONBKO OBICTPBIA  poOCT
kpuctauioB TI'C, HO W co31aHUE OIpeleIeHHON
Ie(eKTHOU CTPYKTYPHI B KPHCTAILIE.

Ha ocHoBanmm ImUTEpPAaTYypHBIX IaHHBIX MOYKHO
3aKJIIOYUTh, YTO OMYOJMKOBAaHO OY€Hb Majio paboT o
pocTe TpH OONBIIMX TEPECHIIICHUIX B KHHETUIECKOM
pexxume pocta. DaKTHUECKH POCT KPYITHBIX KPUCTAIIIOB
OTpaHMYEH MepechlneHusIMu 10 ¢ ~ 1.5% [4-5]. Takue
OTPaHUYCHHUS CBS3aHBI B OCHOBHOM C HEYyCTOWYHBOCTHIO
CHJIBHO TIEPEOXJIAKICHHOTO pAcTBOpa K CIIOHTaHHOM
MacCOBOHM KpUCTAIIM3AMU. J{7Is1 MMEIOLIUXCS JBIHHBIX
IPYA BBICOKHX TIEPECHIMICHUSX 3a9acTyI0 OTCYTCTBYIOT
JaHHBIE 0 PSKUME POCTa KpHcTailIa Ju((y3HOHHOTO HITH
KMHETUYECKOTO M  HCCIeNoBaliach, KakK MPaBHIIO,
KHHETHKa POCTa OTIPEIeNICHHBIX TPaHeil, HO He KpHCTallia
B nemoM. COOTBETCTBEHHO, HET NAaHHBIX O KadecTBE U
Je(eKTHOU CTPYKType KpPUCTAJUIOB, BBIPAIICHHBIX IPH
OOJBIINX TEPECHIIICHUX, UTO H SIBIISETCS LENBI0 JTAHHOU
paboTHL.

Poct xkpuctammo TI'C mnpoBomwicss MeTOAOM
CHIDKEHHUSI TeMIlepaTypbl HACBILIEHHOTO pacTBOpa B
KMHETUYECKOM PEXHUME pOCTa Ha OPUEHTHUPOBAHHBIX IO
Harpasienusim [001], [010] u [100] 3arpaBkax. TouHOCTH
KOHTpOJIL TeMIeparypsl cocrasisuia okosno 0.05°C. B
3aBHCHMOCTH OT IIEPECHIICHHUS PacTBOpa Ae(hEKTHOCTh
BBIPAICHHBIX KPUCTAJUIOB TMONydwiach pasHas. llo
pe3ylbTaTaM SKCIIEPUMEHTOB YCTaHOBJIEHO, YTO [0
IIOPOrOBOTO  TMEPECHINIEHU G 1% BO3MOXKHO
BBIPAIIMBAHUE KPUCTAJUIOB ONTHUYECKOTO KayecTBa.
Haumnass ¢ mnepecelienus o 2% TOSABIISIOTCS
MakpoxedekTel B moisipHOM —HampaBieHun [010]
(puc.la). [lpudem neeKTHOCTH TOrO HANPABICHUS HE
3aBUCHT OT OPUEHTAIIMU 3aTPaBOYHOTO Kpucrtayia. [Ipu
MEPECBHIIICHUSX © 8.0% BbIpallleHHblE KPHCTAJIBI
MOJTHOCTBIO MYTHBIE U B TeJie KpPHUCTaJUla MOSBIAIOTCA
TPEIIHHBL

Hns HUCCIIEOBAHUS nedexTooOpa3zoBaHus,
Moponoruu u kuHeTuku pocta rpanu (010) mpoBeneHs
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in  situ  HWCCIEMOBaHUS  IMOBEPXHOCTH  PaCTYIIETro
KpUCTAIUIa METOIOM JIa3epHOW HHTEP(HEpOMETPHH.
DKCHEepUMEHThl MPOBOAMIMCH Ha wuHTepdepomerpe

MaiikenbcoHa B IPOTOYHOM TEPMOCTATUPYEMOMN KIOBETE.
paboTHI

KoHcTpykuust W mpuHIHMI
aHaJIOTUYHBI OTIMCAHHBIM B [6].

YCTaHOBKHU

Puc. 1. Obpaszosanue maxpoodepexmos ¢ kpucmaniie
TGS 6 nonaprom nanpasnenuu [010]: a)
Maxpoodegexmul 8 mene KpUcmaiia, 06) KOHKypeHyus.
BUYUHATLHBIX XOAMUK08 pocma Ha eparu (010).
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Puc. 2. 3asucumocmu om nepecviuenus o
HOpManbHOU ckopocmu pocma Rn (a), ckopocmu
oguoicenust Makpocmynenetl v (0) u HaKIoHa
BUYUHATBHBIX XOIMUKO8 p ompuyamenvro (010)” u
nonoacumensro (010)" sapsoicennvix 2paneii (010)
(8) kpucmannax TI'C. Kaoscoas kpueas

coomeemcmayen OmoenbHOMY IKCHEPUMEHMY.
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ITokazaHo, 4TO BHIIMHAIBHBIE XOJIMHKH HMEIOT (HopMy

OKpykHOCTH. KuHeTrmka pocra wucciegoBaHa J0
nepeceimennid ¢ = 1.8%. OcHOBHOH mpobieMoil B
uHTEepPEPOMETPHUECKAX  HCCICNOBAHUAX  OKa3ajach

HECTaOMJIBHOCTh PACTBOPA MO OTHOIICHUIO K MAacCOBOU
KPUCTAJUIM3ALMU B TPOLECCEe MOJa4u MEePECHIIIEHHOTO
pacTBopa B s4eliky uHTepdepomerpa. Tem He MeHee,
YCTaHOBJIECHO, 4TO JHedekrooOpa3oBaHHe B IOJSIPHOM
HanpasneHuu [010], cBsizaHO ¢ IpoLeCCOM KOHKYPEHIUU
BUIIMHANBHBIX XOJIMHKOB M BBICOKOH CKOPOCTBIO POCTa
rpaHi. BBIXOABI JHMCIOKAIIMOHHBIX HWCTOYHUKOB Ha
MOBEPXHOCTh TIPaHW MPHBOIAT K  WHTCHCHBHOU
KOHKYPEHIINM  BUIWHAIBHBIX  XOJMHKOB  CO3IaBas
oOmupHbIe  JeeKTBI B OOJIACTAX  HAJOXKCHHSA
MaKpOCTYIIEHEH OT COCETHUX XOJIMHOB Kak MoKa3aHO Ha
puc. 16.

OmnpeneneHs! HOpMAaJIbHBIE CKOPOCTH POCTa, CKOPOCTH
JIBIDKCHUS MAaKpPOCTYICHEH CTyNeHell W  HaKIJIOHBI
BULIMHANIBHBIX XoNMUKOB TpaHu (010) mpu pocte
KpHCTaUla B TMOJPHOH (aze HIDKE TeMIepaTypsl
CETHETO3JIEKTPUUYECKOTO (azoBoro nepexoja.
Kunetndeckue KpuBbIe MOXKHO Pa3IeIUTh Ha JBE TPYIIITbI
(puc.2). Takoe nmoBeieHUE KHHETHYSCKUX KPUBBIX MOKHO
OOBSICHUTh ~ HaJWYMEeM  CBSI3aHHBIX  3apsIoB  Ha
MOBEPXHOCTH  pacTylleld  TpaHM, 4YTO  SIBIAETCA
CIICZICTBHEM CIIOHTAaHHOW IIOJSIPH3AllMM KpHUCTalla M
BBICOKHM MAPOAIIEKTPUUECKUM KO3 HUITUCHTOM,
MPUBOIIIUAM K BO3HHUKHOBCHHUIO 3apsOB MpPU MaJbIX
U3MEHEHUSIX TeMIIepaTyphl B IIporecce pocta. Kpucramn
TI'C siBnsieTCsl CETHETORIEKTPUKOM, a, CIIEIOBATENILHO, 1
be303JeKTpukoM. CrIOHTaHHAsI TIOJISIpU3aIlis KpUCTaJlIa
MOpPOXKIAeT Takke U JAehOopMaIlio KpHCTalIa, H,
COOTBETCTBEHHO, B KPHCTAJUIC BOSHUKAIOT HATIPSKCHUS.
Takum o00pa3oMm, B pa3HOCTH TEPMOJUHAMHUYECKOTO
MOTEHIMAIa MEXKTY KHUJIKOH U KpucTaJuTndeckor Qazamu
JOJDKHO YUUTBHIBATHCS HAJIMYHE dIIEKTPHIECKOTO IIOJIS H
HanpspKeHUH. YdeT 3THX 3((EeKTOB MPHBOAUT K TOMY,
9YTO TEPEeCHIICHHE, 33/JaBaeMoe B  HKCIEPUMEHTE
SBIIICTCS. ~ HE  HWCTHHHBIM, a  3(h(hEKTUBHBIM.
DJEeKTpHUYECKHE 3apsIbl/HAPSDKCHUS 3aBUCST TAKXKE U OT
JIOMEHHO#M CTPYKTYpBI, KOTOpas SBJISETCS CIEICTBUEM

JETIOJISI PU3YIOIIETO TIOJISL. COOTBETCTBEHHO,
3¢ (eKTHBHOE TEPEChIlicHHEe CBS3aHO W C JIOMEHHOM
CTPYKTYpoH pacTyuied mnoisgpHodl rpanu. Hamu

MPOBEJICHO OIpenesicHne 3Haka 3apsga rpanu (010).
Omnpenenenne 3HaKa 3apsAaa OCYIMIECTBISIN (puKcanuen
3HaKa MHUPOTOKA (IMEKTPOMETPHUCCKHH YCHIUTENb Y 5-
9), BO3HHMKAIOIETO MPU OCBELICHHH KPUCTAJLIA JIAMITON
HaKaJIMBaHUs. 3HAK 3apsija TpaHH MMPUBEACH Ha pucC. 2, a
COOTBETCTBYIOIIINE TTOBEPXHOCTH TpaHH (010)
obozHauensl kak (010)" wu (010)~. JlBe rpymmsl
KHHETUYECKUX KPHUBBIX (DOPMHPYIOTCS COOTBETCTBEHHO
3apsamy rpaHd. KuHeTHdeckne KpUBBIE HOPMAIHHOM
ckopoctu pocta (010)" cxomsaTcst B HaYauo KOOPAUHAT U
HE JIEMOHCTPUPYIOT “MEpPTBOI” 30HBI POCTa, TO €CTh HE
MOJIBEP>KEHBI HHTHOUPYIOIIEMY BIUSHHIO IPUMECEH, 9TO
MOATBEPKAACTCS 3aBHCUMOCTSIMHU HaKJIOHA p
BUIMHANGHBIX ~ XOJIMHKOB, HE JIEMOHCTPUPYIOIIUX
MakcuMyma. HakIOHBI XOJIMHKOB P CTPEMATCS K
MOCTOSIHHBIM 3HAUCHMSIM, YTO YKa3hIBACT Ha OOJbBIIHE
3Ha4YCHUS  BEKTOpa  broprepca  ANWCIOKaIMOHHBIX
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UCTOYHUKOB. KuWHETHYecKne  KpUBBIE  CKOpPOCTEH
JIBW)KEHUS MaKpOCTYIEHEH V He CXOIATCS B Hayallo
KOOpDIMHAT, XOTSI H JAEMOHCTPHPYIOT JIMHEHHYIO

3aBUCHUMOCTb OT IMepechlllieHus. Takoe MoBeleHHe
SIBIISICTCSL CJICACTBHEM 3(P(PEKTUBHOTO TEPECHIMICHUS, a
pa3dpoc 3HAYCHWH TpU G 0 cBsizaH ¢ paznUYHOU

JOMEHHOW  CTpyKTypoi  oOpasuoB.  Ompexesnen
kuHeTHdeckuil koaddunuent B(010)=2.3+0.3 cm/c, uto
SBISICTCSA  OONBIIMM  3HAYCHHWEM, IO CPABHEHHUIO,

Harpumep, ¢ kpuctamuiamu KDP [7]. OtpunarensHo
3apsbkeHHas rpaHb (010)” IeMOHCTpUPYET COBEPIICHHO
Jpyroe MOoBeIeHHUE: 3aBUCUMOCTH HOPMAIbHONW CKOPOCTU
Rn u ckopoctu MakpocTyneHeW Vv HEIMHEWHbI, He
CXOJSITCA B HA4aJI0 KOOPAMHAT, & HAKJIOHBI BULIMHAIBHBIX
XOJIMHKOB JIEMOHCTPUPYIOT MAaKCHMyM. OTH (DaKThI
YKa3plBAIOT HA  HagM4Me  ‘MEepTBOM~  30HBI U
3HAYUTEJIbHOE BIHUAHUE IPUMECEN Ha pOCT IPaHu.

3akiIl04enue

[omy4yenusie B pabore pe3ynbTaThl IO KHHETHKE
pocta rpaHeil B 3aBHCHMOCTH OT 3apsia U BIUSHHE
npumeceli, cekropa rpanu (010)" u (010) momKHBI
XapaKTEePU30BAThCS PA3IMYHON JIe()eKTHOU CTPYKTYpOd,
COCTAaBOM IIPUMeECE U MEXaHWYECKUMHU HaIPSKEHUSMU.
Bce a3t daxkTopel  MODKHBI  NPOSIBIATECS B
JIEKTPUYECKUX cBoMcTBax Kpuctauios TI'C, uto Oyner
HCCIIEIOBAHO B JAbHEHIINX padoTax.

Paboma nposedena 6 pamkax evinoanenus
eocyoapcmeennoeo 3adanus HUL] « Kypuamosckuil
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UHCMUMYm» U € UCNOAb308aHUem 0bopyoosanus LIKITT
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Kypuamosckozo xomnaexca kpucmannozpaguu u
domonuxu.
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Methodological aspects of determining the structural characteristics of a-NiSQ4*6H,O:Ti single crystals using
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The article discusses the methodological features of establishing the actual compositions and structure of o—
NiSO46H0 crystals grown by the temperature reduction method with titanium (IV) oxides (a-NSH:Ti) introduced in
the form of nanoparticles or sols, using diffraction research methods (synchrotron and laboratory diffractometers).
Key words: activation, titanium dioxide, crystal structure, X-ray structural analysis, synchrotron

BBenenue. Marepuansl Ha ocHoBe 0-NiSO4°6H,O  paccMoTpeHbl Ha TOpUMEpe MOHOKPUCTAIIOB  O-
(a-NSH) (mp. rp. P41212, Z=4; a = 6.7837 (1) A, c =  Ni*>*'SO46H,0:Ti*" ¢ okcunom turana (IV) (a-NSH:Ti),

18.2772 (6) A [1]) (puc. 1) ucnonb3yroTcst Ans TUTUH-  BBEJIEHHBIM B BHJIe HAHOYACTHII HIIH 30JI€H.

HWOHHBIX aKKyMyJsTOpoB U YD-QUIBTPOB CONHEYHO- Ilenp paboOTBI — YCTaHOBJIGHHE METOJUYECKUX
cieroro nauamazoHa [2]. Mg BO3MOXKHOTO YCHIICHHS  OCOOCHHOCTEH olpeneneHus u YTOYHEHHUS
XapaKTEPUCTUK CBOWCTB W/HMIU (OPMHPOBAHUS HOBBIX  KPHUCTAUIMYECKUX CTPYKTYp M pEabHBIX COCTaBOB
(GYHKIMOHABHBIX MEPCIEKTUB B 0--NSH BHOCSATCSA MOHBI-  MOHOKpHCTaIoB 0~NiSO4 6H,O:Ti ¢ ucnonb3zoBanuem
JIONIAHTHI, B YACTHOCTU MOHBI MEPEXOIHBIX METAILIOB M. IU(PAKIMOHHBIX METOIOB MCCIIEIOBAHUS (CHHXPOTPOH 1
TIpu 5TOM MeCTOMONOKeHHe HOHOB M B CTPYKType o-  J1a0OpatopHble H(PaKTOMETPbI).

NSH u ux BnusiHue Ha pabodue mapaMeTpbl MaTepuaila JKCenepuMeHTAIbHASL 4acTh

3aBHCST OT KPHCTAULIOXMMHYECKHX — XapaKTePHCTHK Homunanbno uuctsie kpuctamisl 0-NiSO4:6H20 u
HOHOB M 1 npearojiaraeMoro 3aMelaeMoro KaTuoHa, B AOIMMPOBAHHLIC HOHAMHU Ti** B cocraBe OKCHJI0B
JaHHOM  ciyvae, HWOHOB Ni?* (uoHHBIi paaumyc,  TuTaHa(IV) (0-NSH:Ti) BBIPAIICHBI u3
3JICKTPOOTPHUIATEIILHOCTD, (hopMaTbHBIH 3apsn; HHU3KOTEMIICPATYPHBIX pacTBOpOB MCTOJIOM

SJIEKTPOHHOE CTPOEHHME) W TPEABICTOPHA HMOHOB M  TemIepaTypHoro BoccraHopieHus. Okcuzbl TutaHa(IV)
(coctaB m monmmMopdHas Moau(UKanMsA COSAWHEHHS C  BBOIWINCH B BOAHBIE pacTBOpH! a-NSH B BuzE:

HOHOM-JIOMaHTOM M ¥ ero KoHueHTpamusi). [lostomy - HaHowacTul: KomMmepdeckuii Hombifine N
TIOSIBJIICTCS. HEOOXOJUMOCTh 3HaHUS peanbHOTo coctaBa  (Sachtleben Chemie GmbH, MyiicOypr, I'epmanus) co
aKTUBUPOBAaHHOTO Kpuctauia o-NSH:M, KoTopelii  cTpyKTypoit aHaTasza -TiO, (a-NSH:Ti(1H));

MOJKET 3aBHCETh OT POCTOBBIX W (PH3MKO-XMMHYeCKHX  Kommepueckmii Degussa P25 (Evonik Industries AG,
(TeMIiepaTypHBIC YCIIOBHSI, HEOJHOPOJHOCTb COCTaBa mo  DcceH, ['epManus) co cmecbio (a3 TiOz ¢ cTpykTypamu
00BbeMy KpHCTAJLUIOB U UX OJIOYHOCTh, CEKTOpHaNbHAasd U amaraza (85%) u pyrmna (15%) (a-NSH:Ti(1D));
30HapHas HEOXHOPOJHOCTB), A TAKKE METOMMYECKHX  cyyresppoBAHHBIA Hamu 06pasel] ¢ HAHOPa3MEPHOIL n-

(hakTopoB (Temreparypa O3KCIIEpUMEHTa, KOJIHYECTBO (basoit obero coctasa TiOsxmH20 (a-NSH:Ti(1ET));
OTPAKCHUM B yTOUHCHHH  CTPYKTYpP, BOSMOXKHOCTH - 30Ieii: 30Jb C THAPOJMHAMHYCCKHM JIHAMETPOM

MCIIOJIb3YEeMOT0 MPOrPaMMHOr0 0OECTIeUeHHUsI, METOIUKA (pacnpenienenue wacTHi no wucny) sactii d = 20.30 A
W TakTHKa yrouHeHus) [3]. Bce oaTm  (dakTopsl
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(a-NSH:Ti(2-1)) u 301b ¢ quameTpoM yactui d = 21.97
A (a-NSH:Ti(2-2)).
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VYci10BUS NONy4YEHUS U XapaKTePUCTUKU HAaHOYACTHLL
u 3omeil ¢ okcunamu tutaHa(lV) peranbHO OmMUCaHbI B
pabote [4].
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Puc. 1. Kpucmannuueckas cmpykmypa a—NiSO46H>0 ¢ KOOpOUHAYUOHHBIM OKPYICEHUEM AMOMAMU KUCTIOPOOd
KAMUoHoa8.

Momnokpucrammiel o.-NSH u o-NSH:Ti pasmepom ~
0.15 x 0.10 x 0.03 MM (MMKPOYACTH) U3yYEHBI METOJOM
PEHTT€HOBCKOM  AWGpakmuy €  HCHOJB30BAaHUEM
CUHXpOTpoHHOro mM3nyuenus npu I = 100 K B npsmoii
reomerpun (0 = 0°) Ha cranmmu «bemok/PCA» (A =
0.7527 A) KypuaToBcKOro MCTOYHHKA CHHXPOTPOHHOTO
n3nyuenust (HULL «KypuaToBckuii HHCTUTYT», MOCKBa)
[5]. CrpykTypa mukpouacteit a-NSH, a-NSH;Ti(1D), a-
NSH:Ti(1ET), a-NSH:Ti(2-1) u a-NSH:Ti(2-2) pemrena
npsMeIMH  Metonamu  (mporpamma SHELXT [6]) u
YTOYHEHA C MMOMOIIIBIO TporpaMMHoOTro obecnieueHust Olex
2 [7] METOIOM HAMMEHBIIUX KBAPATOB OTHOCHTEILHO F2
B QHH30TPOITHOM MPHOIMKECHHH.

Cremka MoHOkpucTauioB o-NSH:Ti pasmepom ~
0.20 x 0.20 x 0.20 mm® (MakpoYacTH) OCYIIECTBICHA HA
a0b0paTOPHBIX  MOHOKPUCTANBHBIX  JU(paKTOMETpax
CAD-4 (a-NSH, o-NSH:Ti(1H)), a-NSH;Ti(1D), a-
NSH:Ti(1ET)) u Stoe STADI-VARI Pilatus-100 K (o-
NSH:Ti(2-1) , oa-NSH:Ti(2-2)) mnpm KOMHaTHOH
temmeparype (MoKa, A 0.7107 A, rpadurossiit
MOHOXpPOMATOp, (O-CKaHUpOBaHue) [4].

Ha puc. 2 npencraBneHbl mapaMeTpsl B OOBEMEI
aneMeHTapHor stuediku s o-NSH wm  o-NSH:Ti,
ONpENeNieHHBIX 10  JaHHBIM ¢ JabopaToOpHBIX
nudpakToMeTpoB (KoiauuecTBo oTpaxkeHud B MHK ~
1600) u cuHXpoTpOHa (KomdecTBO oTpakenuit B MHK ~
1100), 13 KOTOPBIX BUJHO UX CYILIECTBEHHOE OTIUYHE IJIs1
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o-NSH:Ti(1H) (puc. 2a,B,1) (cheMKa 3TOr0 00pasia Ha
CHHXPOTPOHE HE MPOBOJMIACH), YTO HE OMpeaemseTcs
HCXOITHBIM COZCPKAHWEM HOHOB THTaHA B KPHCTAIUIE C
pasMepaMy  3aMEIIaeMOTO M 3aMEIIAloIero  HOHa
("NiZ* (VD) = 0.69 A; r/Ti*(VI) = 0.61 A); rNi**(VI) >
rTi*H (VD).

Ecmu He mpuHMMAaTe BO BHHMaHHE CTPYKTYpHBIE
napametpbl  o-NSH:Ti(1H), To XxoI 3aBHUCHUMOCTH
IapaMeTpoB SUEHKH a, ¢, A 1 o6bema V, A3 11 06pasion
o-NSH:Ti(1D), a-NSH:Ti(1ET) u mapamerpa siueliku c,
A u o6vema ¥V, A3 nna o6pasuos a-NSH:Ti(2-1) u a-
NSH:Ti(2-2) onuHaKoB Kak IO JaHHBIM J1aOOPaTOPHBIX
mudpakToMeTpoB (puc. 2a,B,1), TaK H IO JaHHBIM
cuaxporpoa (puc. 20,r,e). Ormuuus B Xoxe
3aBHCHMOCTH HAONIONAETCs [T TapaMeTpa sueiiku a, A
it obpasmoB o-NSH:Ti(2-1) m a-NSH:Ti(2-2) (puc.
2a,6) u mapametpa ¢, A o6pasuo a-NSH:Ti(1D), a-
NSH:Ti(1ET) (puc. 2B,r). U3 puc. 2 mpociexuBacTcs
CTPYKTypHasi 0COOCHHOCTh HEKOTOPBIX TeTParoHaJbHBIX
KpPHCTAJUIOB, HaOmiogaeMas paHee ISl KPHCTAJIOB
cemeiicTBa mieenurta [8]: yBenuyeHHE SYEWKH B OJTHOM
HAIPaBICHUN NPUBOAUT WX MOXET IPUBOAHUTH K
YMEHbIIEHUIO B ApyroM. [TomyueHHbIE pa3HbIe 3HAUCHUS
mapaMeTpoB 1O JaHHBIM CBEMKH C Pa3HBIX YCTaHOBOK
(mudpakToMeTpHI u CHUHXPOTPOH) BEI3BaHbI
METOAMYECKUMH MTpUInHamMu [3].
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Puc. 2. [lapamemprr a, A (a,0) uc, A4 (6,2) u obvem V, A3 (0,e) auetixu obpaszyos a-NSH u a-NSH:Ti, ymounenuvie
N0 OAHHBIM, NOJYHEHHbIM C 1aOOPaAmopHbIX Oupakmomempos (a,6,0) u cunxpompoua (0,2,e).

Pe3ynbraThl yTOYHEHHUS] 3aCEIEHHOCTEH MO3UIUU
wonamu Ni** (pNi) B CTIpykTypax MHKpOYacTeH
kpuctamuioB a-NSH u o-NSH:Ti nmo3Bonunu crienats psj
BEIBOJIOB:

- o-NSH: pNi < 1 u B OCTaTOYHOH 3JEKTPOHHOM
IUTOTHOCTU HAMIIeH MUK ¢ KOOPIAWHATAMH, ONU3KUMH K
KoopauHaTaMm atoMoB Ni?', 4To He UCKIIFOYaeT COCTaB 0.
[(Ni%" 1 )(Nii?)x]SO4#6H,O ¢ Bakaucusmu () B
nosumuu Ni>* um BHegpenneimu moHamu NiZt (Nij).
YTouHEeHHE TO MacCHUBY OTPAKCHHH, IMOMYYCHHBIX C
mudpaktomerpa  [4], mokazamo  6e3nedeKkTHOCTH
MakpoyacTu kpucramia o-NSH;

- o-NSH:Ti(2-1): B ocCTaTOYHOH 3JEKTPOHHOU
IUIOTHOCTH TIPUCYTCTBYET THK C KOOPAWHATAMH,
Omuskumu K Ni?*,  KOTOpBI  OTBETCTBEHEH 34
saeapenHbit Tit: a-[(Ni?" 1« x)(Tii*")x2]S046H20;

-o-NSH:Ti(2-2): B 0CTaTOYHOW BJIEKTPOHHOU
IUIOTHOCTU TaKXe MPHUCYTCTBYET MUK, OTBCUYAOIIMHA 32
Tii*" (a-[(Ni2" 1+ x)(Tii*")x2]S046H0), HO ¢ apyrumu
KOOpIUHAaTaMH, HexenH B cTpykType o-NSH:Ti(2-1);
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Pe3ynbraThl yTOYHEHUS CTPYKTYpbl MakpodacTeu
kpuctawioB o-NSH:Ti(2-1) u a-NSH:Ti(2-2) [4] Taxxke
MIPUBOIUT K o0memy COCTaBy
o-[(Ni2" 1 T )(Tii*)x2]SO4*6H20), HO ¢ pasHbIMU
3HaueHuaMH x: x = 0.006 u x = 0.010, cOOTBETCTBEHHO, U
C PasHBIMU KOOPJMHATAMH aTOMOB BHeApeHHOTo Tii*".

YToYHEeHHE KPUCTATUINYECKUX CTPYKTYP (KOOpAHHAT
BCEX aTOMOB W aTOMHBIX CMENICHWH B aHHU30TPOITHOM
MPHUOTIKEHUH, 3aCETICHHOCTH MO3UIHH Ni) MEKpOJacTei
kpuctawioB  o-NSH:Ti(1D) u o-NSH:Ti(1ET) =e
MO3BOJIMJIO BBISIBUTH B OCTAaTOYHOW  BIEKTPOHHOM
IUIOTHOCTH KOOPIMHAT CpeAd TIHKOB C HEOONbIION
BemmunHoit Ap < 0.85 e/A3 mna mepsoro obpasua u ¢
Gonpmeit BemmumHoit Ap < 1.85 e/A3 mma BToporo
obOpa3ma, KOTOpbIE MOXHO OBUIO OBl COOTHECTH C
BHCJIpEHHBIMH HOHaMHU THUTaHA. [1oJOOHBIA pe3yibTar
OBLT ITOTyYeH JJISI MAKPOUYACTEH ATHX Ke KPUCTAIIIOB [4],
a Taroke s Mmakpodact o.-NSH:Ti(1H), uro coBmMecTHO
C JAaHHBIMH 110 U3MEHEHHIO MIapaMeTPOB U 00beMa TUEHKH
00BsiCHSIETCA BXOXJICHUEM HOHOB Ti* B
SMUTAKCHATIBHBIN CIIOW Ha TMOBEPXHOCTH MEXKOIOYHBIX
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IPaHUIl, YTO BIUAET Ha yBeJIUdeHHe mapamerpa a, A u
obbema ¥, A3 suelixm 3a cueT BO3HMKAIONIUX
HamnpsbkeHul. KpoMe Toro, Ha OCHOBE pE3yJbTaTOB
HU3y4YEHUs obpasua o-NSH:Ti(1ET) METOAO0M
EXAFS/XANES  mpenmonoxeHo, dTo  MCXonmHas
MPaKTHUYECKH amMopdHas m-(aza mpu KpHCTAILTHU3AIUH
«3aXBaThIBACTCS» TUPAMUTAMU POCTA U IEPEXOTUT CPA3Y
B CTIPYKTypy pyTWiIa B MEXKOJIOYHOM MPOCTPAaHCTBE
KpUCTaIIa, MHHYS  CTPYKTYpy  aHaTa3a, dYeMmy
CIOCOOCTBYET CTPYKTYPHO-T€OMETPUUECKOTO
COOTBETCTBHE CTPYKTYp pyTria u o.-NSH [4].

Takum 00pa3zoM, aHaW3 pPe3ylbTaTOB yTOYHECHUS
ctpyktypel  o-NSH u  o-NSH:Ti 1o  pasHeM
I paKIIMOHHBIM 3KCIIEPUMEHTAM CBHUICTEIBCTBYET O
MPAaKTUYECKH OJHOPOIMHBIX IO COCTaBy (B Ipenenax
qyBCTBHUTEIFHOCTH METOA) KPUCTAIUIAX, HOTYICHHBIX U3
BOJHBIX PacTBOPOB, YTO HEJB3S CKa3aTh O KPHCTALIAX,
BBIpAIICHHBIX M3 paciuiaBa [3], B wactHocTH, (Cai.
S1r)(VO4)2 u (CaixSrx)(VO4)2:Tm, s KOTOPBIX
BEIIBIICHO KaK OTIMYHE COCTABOB, YTOYHEHHBIX IIO
JaHHBIM ¢  JabopaTopHBIX  AU(DPAKTOMETPOB U
CHHXPOTPOHA, TaK ¥ X OTINYHE OT UCXOTHBIX COCTABOB
pacIniaBa, BRI3BaHHBIX HITH OTCYTCTBHEM KOHTPYIHTHOTO

IJIaBIEHUS, WM KOA((UIMEHTOM pacrpeneneHus
MpUMECH, HE paBHBIM CIWHUIE, WIH OJIOYHOU
CTPYKTYPOH.

3akiaoueHue

BrimonaerHOE PEHTTEHOCTPYKTYPHOE HCCIIEAOBAHNE
olHUX U Tex ke kpuctamioB o-NSH u a-NSH:Ti, HO B
Pa3HBIX €r0 YacTsAX M B pa3HOM o0beMe (MaKpoudacTh U
MHUKpPOYACTh) c HCIIOJIE30BaHAEM MaccuBa
TU(PPaKIIMOHHBIX OTPAKCHUH, MOTYUYECHHBIX IPU ChEMKE
Ha Ja00paTOpHBIX AH(PAKTOMETpax W CHHXPOTPOHE,
MOKa3ajJ0  CYIIECTBEHHYI0  pOJIb  METOANYIECKUX
(hakTopoB, MPOABHBIIUX ce0s B PAa3HBIX 3HAUYCHUAX
napaMeTpoB U oObema SUeHKH Juid 00paslloB OJHOTO H
TOTO JK€ HCXONHOTO COCTaBa, HO KadeCTBEHHO
MEHSIOIIMXCS OJIMHAKOBO OT o0pasia kK oOpasiy. Ponb
POCTOBBIX U (PU3UKO-XUMHUECKUX (PAKTOPOB, BIUSIOMINX
Ha CTPYKTYPHBIC MapaMeTPHI M peaibHBI COCTaB YacTel
KPHUCTAIDIOB, OKa3aJlach HECYIIECTBEHHOM.

Paboma svinoanena npu gpunarcosoti nooodepaicke
2panma Ha evlnonHeHue npoekmos Munucmepcmea
Hayku u gvicuezo oopazosanus P® Noe FSFZ-2024-0003.
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B cmamve obcyscoaromes pezynromamol ananu3a dKCHePUMEHMATbHBIX U300PANCEHUN, NOTYYEHHBIX ¢ NOMOWbLIO
onmuueckozo CMOS cencopa u paspabomanno20 RPOSPAMMHO20 oObecneveHus npu OOIYyHYeHUuU CeHcopa
penmeenosckol mpyoxou. Iloxazano, umo uzo0padicenuss codepicam omoeibHble NUKCENbl, COOMEEMCMEYIoujUe
PEHM2EHOBCKUM (OMOHAM C YPOBHEM UHMEHCUBHOCHU HAMHO20 6blule YPOGHS ONMUYECK020 wymd. Buvinonnen
CMAMUCMu4eckull aHaiu3 3apecucmpuposanivix nukos. Ilokazano, ymo peHmeeHo8cKue uz00paNiceHust 8 YCao8UsxX
MAnbIX NOMOKO8 (HOMOHO8 Mo2ym Oblmb NPOAHANUSUPOBAHBL C UCNOAL30BAHUEM CIAMUCHMUYECKUX MeMOo008 U C
nomowblo Helpocemesvix mexnonocui. Paspabomana obyuaowas u mecmosas 6azvl uz00padxceHull 00beKmMos,
codeporcamux manoe 4ucio ungopmayuonnvix nuxceneti. Cozoana u oOyyena mpéxciouHas HeUpoHHAs cemv O
PACNO3HABAHUSL PEHM2EHOSCKUX U300padcenuil. JJocmuzhyma cpeonsisi mOYHOCHb PACNO3HA8anUs 84%.

Kniouesvie cnosa: penmeenoscroe usnyuenue, pacnosnasanue uzoopasicenuti, CMOS cencop, netiponnas cems.

Analysis of X-ray images captured under low photon fluxes conditions

Balukho I.N.

Institute of Applied Physics Problems of Belarusian State University, Minsk, Belarus

The paper discusses the results of analyzing experimental images obtained using an optical CMOS sensor and the
developed software under X-ray tube radiation. It is shown that the images contain individual pixels corresponding to
X-ray photons with an intensity level much higher than the optical noise level. Statistical analysis of the detected peaks
is performed. It is shown that X-ray images in low photon fluxes can be analyzed using statistical methods and neural
network technologies. A training and test database of images of objects with a small number of informative pixels has
been developed. A three-layer neural network for recognizing X-ray images was created and trained. An average
recognition accuracy of 84% was achieved.

Key words: X-Rays, image recognition, CMOS sensor, neural network.

IKCclepUMeHTaJIbHbIE peHTreHoBckne  (GoToHBL. Penkwe WHTEHCHBHBIE OTKIMKH SBIISFOTCS
u3odpakenus, noayuyenabie CMOS kamepoii 3apsiAOBBIM IIAKETOM, CO3/1aBAa€MBIM PEHTIEHOBCKUMU
Cospemennsle 1udposbie I13C-kamepsl HMEIOT  (OTOHAMH. 3apsoBBIM  MAKeT — yamle  BCETro

MIMPOKWH JWana3oH YHHUKAIBHBIX XapaKTepPUCTHK, W  OKCIIEPUMEHTAIBHO OTOOpakaeTcs KakK OJMHOYHBIN
aKTHBHO pPAa3BHBAIOTCSI TaK KaK SBISIIOTCS COCTABHOM  SpKMM  MUKCeNb — u300pakeHWs.  Uucino  IHKOB
4acTblO OFPOMHOIO0  KOHKYPHUPYIOIIETO  pBIHKA  OINPEAENIAETCS CIEKTPOM PEHTI€HOBCKOIO HUCTOYHMKA U
MOOWJIBHBIX YCTPOHCTB M KOMITBIOTEPH3WPOBAaHHBIX  KBaHTOBOW 3ddextuBHOCTRIO [I3C MaTpmiusl. B xoxme
CHCTEM BH/ICOHAOMIONCHN. BO3MOXKHOCTD NPHMEHEHUS  OKCIIEPHUMEHTA OBIIO MOIYYeHO, YTO ONTHIECKHE KaMephI
II3C wmarpui, npeAHa3HAYCHHBIX I BHUAMMOTO  YYBCTBHTENBHBI K PEHTITCHOBCKOMY M3IYUYCHUIO H
IIMaTa3oHa, A PEerUCTPaIlii PEHTTEHOBCKMX (OTOHOB  (OPMHPYIOT HM300pa’KeHUs, COCTOSIINE U3 OTHETbHBIX
HOPEACTaBIsIeT AaKTyallbHYl0 IIPAKTUYECKYK 3a1ady.  sSpPKUX IMHKCENeH.

Pemmenne naHHOI 3a1a4y CIOCOOHO CHU3UTH CTOMMOCTB C mnoJy4eHHBIMH W300pXEHUSIMA TPOU3BECHA
SKCTIEPUMEHTOB M TIO3BOJIUT CO3[aBaTh JemeBble  rpaduueckas oOpaborka. IlepBelii 3Tam 00paboOTKH
AHAJIOTH PEHTTEHOBCKUX JETEKTUPYIOLINX CUCTEM. COCTOSI B BBIYMTaHWHM (POHOBOTO HM300paXeHHs - U3

[IpoBeneHb  SKCHEPUMEHTHI MO  PETUCTpalMy  M300pa)XEHUH ¢ BKIIOYEHHBIM MCTOYHHKOM BBIUMTAJIACH
(hOTOHOB PEHTI€HOBCKOTO JHAIa30Ha IPH MMOMOIIH IBYX  H300pa)KCHHE C BBIKIIOYEHHBIM HCTOYHHKOM (pHC. 2a).
ontryeckux nudppoeix CMOS kamep ¢ paspemeHneM — Bropoit stam 00pabOTKHM — yCTpaHEHHE TpajHeHTa
480%x640 m 240%320. Tlpm momomu pa3pabOTaHHOTO  SPKOCTHU. 3aKIIOYUTEIBHBIN 3TAll COCTOSI B MOPOTOBOM
MIPOTrpaMMHO-AIIIAPaTHOTO KOMITIEKca «X-ray-monitor»,  00paboTke, MpUBOAALICH K OMHAPH3ALNU HU300pasKeHHS
TIpeIHa3HAYE€HHOT 0 [T yIIPaBIEHNs ITPOLIECCOM CheMKH,  (puc. 20) u moxcuere umcia (OTOHOB MW HX
nonydeHo 480 SKCHEpUMEHTAIbHBIX M300paKCHUM NMPU  HMHTEHCUBHOCTU.  Pe3ynbTaThl  HKCIEPUMEHTOB IO
00JTy4eHHH ONTHYECKUX HU(PPOBBIX KaMep HM3IYYEHHEM  PETUCTPALH PABHOMEPHOTO PEHTTEHOBCKOTO N3TYYCHHS
nmabopaTopHOH PEHTTeHOBCKOW TpyOkH ¢ wmemabiM — mudpoBoir CMOS  kamepodd  THOKa3pIBalOT,  YTO
aHOJIOM IIpH ycKopstroneM HanpspkeHnn 1040 kB mToke — perucrpanms OTHENbHBIX (POTOHOB HMMEET JIOKaJIbHBIH
100-300 MKA. DKCIEepHMEHTAIBHOE H300paKCHHE C  XapakTep B BHJEC MTUKOB, OTIMYAIONINXCS CUMMETPHCH H
BBIKJIFOYEHHBIM U C BKIIYEHHBIM PEHTTEHOBCKMM  pa3MepamMu. PacmpeneneHue MMKOB IO BBICOTE MOKA3aHO
UCTOYHUKOM MIOKA3aHO Ha pHUCYHKE 1.  HapucyHke 2B.

OKCHEepUMEHTAIbHBIE M300pAXKEHHA COJAEp)KaT PEIKHe
JIOKAJTM30BaHHBIE SPKO BhIpakeHHbIC muku (puc.l — 3D-
n300pakeHue), KOTOPBIM COOTBETCTBYIOT PEHTT€HOBCKHE
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Puc. 1. Dxcnepumenmanvhvie pomoepaguu
PEHMSEHOBCKO20 U3NYYUEHUS, NOLYYEHHbLE ONMUYECKOU
CMOS xamepoii.

Pacuetst MOKAa3bIBAIOT yIIOBJIETBOPUTEIBHOE
COOTBETCTBHE (DYHKIIUHU PACIIPEICICHIS HHTCHCUBHOCTU
(hOTOHOB B 3aBUCHIMOCTH OT TApaMETPOB PEHTTEHOBCKOTO
HCTOYHUKA.

P TY —

) @ @0 g

18

50+
454 B
—@— DKCnepumMeHT

40 TeopeTuyeckuit pacuér

35

154

OTHocHTenbHan BbiCOTa NUKOB

Puc.2. Uzobpasicenue kamepol ¢ paspeweruem 480x640
npU PABHOMEPHOU 0CBEUIEHHOCIU NOCIIe BbIYUMANHUSA
onosozo uzobpadicenus (a), nocie burnapuzayuu
uzobpaxcenust (b) u pacnpeoenerue nUKO8 pecucmpayuu
OmMOeNbHLIX POMOHO8 O bicome (8).

Pacno3HaBaHue peHTIeHOBCKUX M300pakeHUii

N3o0pakeHus1, UMEIOIINE TOUYSHHBIN XapaKTep MOTYT
BOCCTaHABJIMBATHCS C UCIIOJIb30BAaHUEM CTAaTUCTHUECKUX
meroqoB. Ha pucynke 3a moOka3aHO MOJeNbHOE
H300pakeHre TPYIITLI POTOHOB, (POPMHUPYIOIIUX OOBEKT
Kpyrioe oTBepcTHe Ha (ororuieHke. L{ngppossie
JETEKTOPBl XapaKTePH3YIOTCS MUKCEIBHON CTPYKTYpOH,
mo3ToMy MH(poBoe HM300paKEHHWE COCTOUT W3 Habopa
OKpallleHHbIX KBajpaToB (puc. 30). Ha pucynke 3B
MOKa3aH pe3yJbTaT BOCCTAHOBJICHHS HM300pakeHHs Ha
IETEKTOpEe C WCIOIb30BAHUEM pPAa3MBITHS IH(PPOBOTO
n300pakeHust ¢ Mmomolnpio (QyHkuuu ['aycca. HoBble
3HAYeHUS KaKAOTO TIIMKCENs YCTaHAaBJIMBAIOTCS B
3aBHCUMOCTA  OT  3HA4YCHWH  HHTEHCHBHOCTH B
OKPECTHOCTH 3TOTO THKCeNs. 3HaueHHe HHTCHCHBHOCTH
WCXOJHOTO THKCENlsl YBEJIUYUBAETCS, €CIH B €ro
OKPECTHOCTH OOJIBILIOE YHCIO OJIM3KO PacoIOKeHHBIX
coceneil. 3HaueHWe SPKOCTH YMEHBIIACTCS IO Mepe

YBEIMYEHHS  PACCTOSIHUA OT OCHOBHOW  TPYMIIBI
nukcenei. @Dynkumsa Taycca B KaxaoM  Touke
n300pakeHus OyjJeT OTIMYHOW OT HyJIsd, T.. B

BBIYUCIICHUH 3HAYCHUS JUIS KaXJIOTO IIUKCENsI y4acTBYET
Bcé m3oOpaxenue Takoil Bux 0OpabOTKM MPHUBOIUT K
YMEHBIIECHUIO BBICOKOYACTOTHBIX KOMIIOHEHTOB, U IpHU
OoNBIIOM dYHCIIE THUKCENedl TpuBEeNeT K moTepe
UHPOPMAIIMM O MEJKHX JeTalsx u3o0paxkeHus. Ilpu
MaJioM dYHCIe NHKCeNed pasMBITHE W300pakeHHs B
IpyIIe NUKcesel mo3BossteT 3QGEeKTUBHO paclo3HaBaTh
KpyTHBIE JETall W300paKeHUs] — IPaHUIBI WU Kpas
00BEKTOB.
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Puc.3. Hzo6padsicenue pe3yibmamog Mooeiuposanus
Kpyenot ouagpazmsi npu HeOOCMAaAmMouHol
OCBEUJEHHOCU: MOOEIbHOE U300PAdICeHUe 2PYNNbl
Gdomonos (a), yughposoe nuxcenvroe uzobpaicerue (0),
80CCMAHO08NIEHHOEe U300padicenue (8).

3amaun pacmo3HaBaHUS H300pakeHHN 3PdekTUBHO
pelaroTcsl ¢ TOMOUIBI0 HEMPOCETEBBIX TEXHOJOTUH.
MHorocnoliHbple HEWpPOHHBIE CETH, COCTOSIIIME U3
BXOJIHOTO, BBIXOZAHOI'O U PAcIOI0XEHHOT0 MEXIy HUMHU
OJIHOTO WJIM HECKOJBbKUX CKPBITBIX CJIOEB HEWPOHOB,

saBIstoTcs 39QPEeKTHBHBIME M OBICTPOACHCTBYIOIUMHU
BBIYUCIUTENEHBIME CeTsMU. Pa3paboTana 0a3a JHaHHBIX
00yJaronux ¥ TeCTOBBIX M300paKEHUH NECATH KIIACCOB
HU300pakeHUH OOBEKTOB,
MaibiX TOTOKOB QortoHoB [1]. Kaxaprii
nporpaMMsl  (POPMUpPYET HOBYIO YHHKAIbHYIO 0a3y
00BeKTOB. B 00y4YeHNN B pacrio3HaBaHUW HCIIONB3YeTCS
0a3a JaHHBIX M300pakeHUIl OOBEKTOB, COCTOSILIAS W3
70000 wuzobpaxeHuid pazmepoMm 28 Ha 28 mnuKcenen
ounapHoro Qopmara. OO0bekTH 3a1aHbl 10 Kilaccamm —

KBaJIpaT, KpyT, OTBEPCTHE, KPECT, KOJIBIIO, JTMHHMS, CETKa,
BBICOKHI

MOJYIUIOCKOCTh, HH3KHH YPOBCHb IIyMma,
ypoBeHb myma (puc. 4, oobektbl 1-10). Kaxnpiii uz
00BEKTOB TeHEePUPOBAJICS c
TEOMETPUUYCCKUMU TTapaMeTpaMH U 33JaBajics CIy4aiHO
3aJaHHBIM OTPAHMYEHHBIM YHCIOM ITHKCEJIEH,
mokaszaHo Ha pucyHke 4. Kaxmomy w#300pakeHHIO
COIIOCTABJICH B COOTBETCTBHUE KIIACC OOBEKTA.
Pa3zpabotano mporpamMMHOe —oOecredeHHe
pacrmo3HaBaHUsl C TIOMOIIBI0 HEUPOHHOW CETH IECITH
KJIaCCOB M300pakeHUH OOBEKTOB, XapaKTEPHU3YIOIUXCS
JUCKPETHOM CTPYKTYpOH. APXUTEKTYpa CETU COACPIKUT
YeThIpE CJIOSI HEWPOHOB — BXOJHOW CIIOW, HA KOTOPBII
TIOJAfOTCS JaHHBIE SIPKOCTH IIUKCENEH, 1BA CKPBITHIX CIIOS
W BBIXOAHOM cyo#l, coctosmmii u3 10 HeHpoHOB.
MaxkcuMalTbHBIH CHTHAT Ha BBIXOJHOM CJIO€ OIIpeHeisieT
pacro3HaHHBIA Kiacc o0bekTa. YacTh H300pakeHUuH,
obOpa3zymomas rpynmny Uit o0ydeHUs HEHpOHHOHN ceTH,
ucmonp3yercss A oOydeHus. IlomaBas Ha BXOX ceTH,
JAHHBIE M300paKCHUS IMOJyYaeM CHTHAJ Ha BBIXOIHOM
CJI0€, KOTOPBIN MCIOJIB3yeM ISl KOPPEKLIUH Beca CBsi3el
MEXKIYy CIOAMH HEHPOHOB  METOJOM  OOpaTHOro
pacnpocTpaHeHus omuOku. Bpems o0ydeHus HeHpOHHOM
cety 3aHsu10 70 4acoB Ha CTAllMOHAPHOM KOMIIBIOTEpE.
[Iporpecc oOyuyeHHMs HEWPOHHOW CETH TIOKa3aH Ha
pHUCYHKE 5.
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Puc.4. Hz00paxcenus ob6vexmos pazmepom 28 na 28 nukceneii Ounaprozo popmama.
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OOyueHHas ceTh TECTHpOBalach Ooiee 4YeM Ha
500000 m300parkeHMI U MOKa3ana CPEeIHIOI TOYHOCTh
84.3% pacnozHaBanmsi. Bpems paboTsl 00ydeHHOH ceTn
OTIpeNeNIeTCS MOITHOCTh KOMITBIOTEpA U COCTABIISET
10000-50000 wu306paskeHuil 3a MHHYTY. TOYHOCTB
pacro3HaBaHus H300paKEHUIH 3aBUCHT OT KOJIHYECTBA
MUKCEJIeH, COCTABIIAIONINX H300pakeHne 00bEKTa, U, KaK
MOKA3aHO Ha pUCYHKe 50, MoxeT npudnuxarecst k 100 %
npu 00JbIIOM Yuciie nukcene. OmuoKky B paco3HaHUU
W300paKCHUH  HEHUPOHHOH  CeThI0  CBSI3aHBI  C
OOBEKTUBHOW CIIOHOCTBIO OMpe/eicHHs OOBbeKTa B
CJIEJICTBUH MAJIOTO YUCIIa MUKCETICH HIH MaJioro pa3mepa
o0bekTa. B OONBIIMHCTBE CTyYaeB 4eI0BEK JOIMYCTHII ObI
TaKyl0 e OmHOKy, T.e. HYEJIOBEUYCCKHH MPOIECHT
TOYHOCTH JOCTHIHYT B IOCTPOCHHOW W OOYyYCHHOI
HEHPOHHOM ceTH ISl 3aIaHHBIX KIIACCOB OOBEKTOB.

OOy4eHHas HEUPOHHAS CeTh MOXKET IPUMEHIThCS
IUTSL PEIICHUS 33724y Paclio3HaBaHUs 00bEKTOB,
MOJYYCHHBIX B PE3yJIbTATE IKCICPHUMEHTAIBHBIX
HUCCIIENOBAHUN C HU3KOM OCBEIIEHHOCTHIO MM BHICOKUM
YPOBHEM IIlyMa.

3akia04eHue

[omydeHsr »KCIEpUMEHTANBHBIE HM300paKEHHS C
nomomiplo  ontuyeckoro  CMOS  ceHcopa u
pa3paboTaHHOTO MPOTPAMMHOTO  OOCCIICUCHHS IIPH

20

00Iy4eHHH ceHCopa PeHTICHOBCKOM TpyOKoii. [TokaszaHo,
9TO PEHTICHOBCKUE H300paKEHUS B YCIOBHUSIX MAaJbIX
MOTOKOB ()OTOHOB MOTYT OBITh IPOAHAIU3UPOBAHBI C
WCIIOJIG30BAHUEM  CTAaTHCTHYCCKHX METOJOB U C
TTOMOIIBI0 HEUPOCETEBBIX TEXHOJIOTUH.

Paboma uacmuuno noododepocana Munucmepcmeom
obpasosanusi Pecnyonuku benapyce 6 pamxax sadamus
3.12 I'lTHU "Mexanuxa, memannypeus, OUASHOCTNUKA &
Mawunocmpoernuu”,  noonpoepamma  "Texumuueckas
OJuaenocmuka’.

Cnmcok JuTepaTypsbl

1. JXykoBa M.H., banyxo W.H., Jdyauunk [O.N.,
KonbueBckuit  H.H. Pacno3naBanune u300pakeHHi
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lNopmienkoB M.B., Xycaunosa 3.P., lOqun C.H.
Hcnoab3oBaHue MeTO1a KATbINEBOTEPMHUYECKOT0 BOCCTAHOBIEHHS OKCH/IOB MAPTaHIa U

AJTIOMUHHSA VISl MOJIy4YeHus: MaruuToTBepaoi ¢azsl MnAl (L1.0)

lNopmenkoB Muxanin BraauMupoBud — K.T.H., JOIEHT Kadeapbl PU3NIECKOr0 MaTepUaIOBSACHHUS; MvE@misis.ru.
XycaunoBa OnuHa PanukoBHa — CTYACHT;

KOnun Cepreit Hukonaesuy — K.T.H., BEAYIIUH 3KCIEPT;

OI'AOY BO «HanmonanbHbI# BecnenoBarenbCckuii Texaonornueckuit yansepcutetr « MUCHUC

Poccust, 119049, r. Mocksa, Jlennnckwuii mp., 1. 4, ctp. 1.

B cmamve usyuaiomca napamempur cunmesa nopowkoe MnAl ¢ ucnoavzoeanuem Kanbyueso-mepmuiecKozo
soccmanognenus okcuoa anomurus (A1>03) u okcuoa mapearnya (MnO) ¢ yeavro noryuenus cniasos Mn-Al 6 npedenax
cocmasa MemacmaOunvbHol MasHumomeepoou ¢gasvt  (1-MnAl). B xode uccrnedosanus u3yvanocv GauAHUe
coomnoutenusi AL,O3/MnO na cocmae nonyuaemoco nopowka. I'uopomepmanvhas OHUCMKA YKCYCHOU KUCIOMOU
nozeonuna noayuums nopowku Mn-Al nenpasunvroii popmor (20-50 mxm). Ananuz cocmaeos Mn/Al nokaszan, umo ons
NOJYUeHUs COCMABA CNIAsa, aedcaujeco 8 npedeiax cyujecmaeosanus asvl -MnAl, mpebosancs uzdblmox ucxooHo2o
amomunust 6 pazmepe 50-100%..

Kniouesvie cnosa: xanvyutimepmus, mapeaney, anOMUHUL, NOCMOSHHbIE MASHUMbL, UHMEPMEMANIIUYecKoe
coeduHeHue, NOPOULOK

Using the method of calcium-thermal reduction of manganese and aluminum oxides to obtain a hard magnetic
phase MnAl (L1.0)

Gorshenkov M.V., Khusainova E.R., Yudin S.N.

National University of Science and Technology MISIS, Moscow, Russian Federation

The article discusses the parameters of MnAl powder synthesis using calcium-thermal reduction of aluminum oxide
(A1:03) and manganese oxide (MnQO) to obtain Mn-Al alloys within the composition of the metastable hard magnetic
phase (t-MnAl). The study examined the effect of the Al;O3/MnO ratio on the composition of the resulting powder.
Hydrothermal cleaning with acetic acid allowed us to obtain Mn-Al powders of irregular shape (20-50 um). Analysis
of the Mn/Al compositions showed that an excess of 50-100% of the original aluminum was required to obtain an alloy
composition lying within the existence of the T-MnAl phase.

Key words: calcium thermal reduction, manganese, aluminum, permanent magnets, intermetallic compound, powder

Beenenne. MarautotBepaas ¢asza B cucteMe Mn-Al  cBoeit JOCTYMHOCTH U SKOHOMHYECKOH 3(PEKTUBHOCTH.
paccMaTpuBaeTCsl Kak OJHO W3 IEepCHEeKTUBHBIX ~ DeppuThl O0OBIYHO JEMOHCTPUPYIOT Oojee HU3KUE
COCIMHCHHWM JIIST TPOW3BOJACTBA Oe3peaKO3eMeTbHBIX MaKCUMaJIbHOE 3HepreThueckoe mnpousBencHue (30—40
MMOCTOSTHHBIX MAarHWTOB, BOCTPEOOBAaHHOCTH KOTOPBIX  KJDk/M® gy OGapueBBIX (QeppHTOB) M 0Oojee HHU3KHE
ompezensieTca  ObIcTpopacTymieil  anekrpudukanueir  temmeparypbl Kiopu (amwke 200 °C) [4]. bnaromaps
Pa3NUYHBIX ~ OTpaciedl  SKOHOMHKH, a  TakKe CBOMM MAarHUTHBIM XapaKTEepUCTHKAaM STOT MaTepHall
BO3HUKAIONIMMH PUCKAMU TIOCTaBKA PEAKO3EMENBHBIX  MOXKET OBITh WCIIONB30BAaH B OJJCKTPOABHTATEISIX H
JJIEMEHTOB H3-32 Teorpa(uyeckoro COCpeAOTOYeHHS  TeHepaTopax, MOTEHIHaIbHO CHIKas oouuii Bec Ha 20%
MecT J00buM W mepepaboTku.  EnmHCTBeHHas — mo cpaBHeHHMIO C (epputamu [5]. ODTH pe3ynbTaThl
(deppoMarautHas ¢asza B cucreme Mn-Al (1-¢aza) uMeer  moOKas3pIBalOT, 4YTo T-Pasza MnAl wumMeer noTeHIHAT
Kpuctamdeckyto crpykrypy L1.0 (P4/mmm, CuAu I  3amomHMTe HHUIIY JUIS TIOCTOSIHHBIX ~MAarHMTOB C
TAN) ®  COCTaB, ONW3KUA K  OKBHATOMHOMY.  YMEPEHHBIMH XapaKTEPUCTUKAMH H  IPEBOCXOJIHOU
Teoperuueckuil YpoBEeHb MarHHTHBIX CBOHCTB T-MnAl,  skoHOMHYecKO# 3((EeKTUBHOCTBIO, 3aKphIBas IMpoOe
TaKMX Kak KOHCTaHTa MATrHUTOKPHCTAUNIMYECKOM  MEXIy  BBICOKONPOM3BOJUTEIHHBIMH  MOCTOSTHHBIMH
anusorpormu (Ky) 1,7 MIIx/M? [1], Temnepatypa Kropy ~ MaromTaMu Ha OCHOBE PEIKO3EMENBHBIX JJIEMEHTOB U
(T,) 285-380 °C [2], namarunueHHOCTh HachimeHus (Is)  memeBbIMU (deppuramu c Oozee HU3KUMHU
= 600 KA/M W MaKCHMallbHOE DJHEPreTHYECKOE  XapaKTCPHCTHKAMHU.
npousBeneHne (BH)max = 112 x/[x/m® [3], nenaroT sTOT OCHOBHBIM OTpaHUYEHHEM, KOTOPOE MPENSTCTBYET
MaTtepuanl COTOCTaBUMBIM c KOMMEPYECKMMH  HUCIOJb30BAHUIO IIOCTOSIHHBIX MAarHUTOB Ha OCHOBE
MarHUTOTBEPIBIMH MaTepuanaMu. B osrtom cmydae  MnAl, sBisteTcs MetactabmibHas npuposa t-gasel. [Ipu
TEOpPETUYECKUEe MarHUTHBIE CBOIicTBA T-¢a3sl MnAl c ee  Bo3acicTBUM MTOBBIIIEHHBIX TeMIIepaTyp
BBICOKON cTabminbHOCThIO 3HaueHUs (BH)max mpm  deppomarnutHass t-pa3a mpereprieBaeT pacman Ha
MOBBIIICHHBIX TEMIIEpaTypaX, HU3KOW IUIOTHOCTBIO (5,3  craOwibHyl0, HO HeMarHUTHYI0 Y2-hazy (R3m, tunm
r/cM’), 3ameuarenbHOW KOPpO3MOHHOW crTolkocTei0 M AlsCrs) m B-dasy Mn (P4,32, tun Mn c¢P20). s
OTCYTCTBHEM PEIKO3EMENBbHBIX JIeMeHTOB (P3D) nenaror  mpon3BOJICTBA MOCTOSIHHBIX MATHUTOB U3 CINIaBOB Mn-Al
€€ MepCMNEeKTUBHBIM KaHAMJIATOM JUIsl UCIOJB30BAHUSA B HCIIOJIB3YETCS TrOpsAdee MPEcCCOBAaHUE WM JKCTPY3Us
KadecTBE MAarHWTOTBEpAOrO MaTepuaja B psge  nopomka. OpHako, TMOPOHNIOK U3 JAHHOTO CIUIaBa
WHXKCHEpHBIX TpwiokeHndt [4]. bBomee Toro, mo  mojy4yaroT HE ONTHMAJIbHBIM 00pa3oM — IpoOJcHHEM
CPaBHCHHIO C OOBIYHBIMH CTPOHIIMEBBIMU M OapHEBBIMA ~ MACCHBHOTO CIUIABA, IIONYYCHHOTO JIUTBEM, JHOO
deppuramu, T-MnAl uMeer mpeuMyIiecTBO Onarojmaps — pacmbuieHHEe B BakyyMe. O0a MeTOABI 4Ype3BBIYANHO
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pecypco3aTpaTHbie ¥ HHU3KONPOHM3BOIUTENbHBIC. B
HACTOSIIIEH paboTe paccCMaTPUBAECTCS BOMPOC THAPUIHO-
KallbIIMCBOTO CHHTE3a IOpoIKa ciuiaBa Mn-Al s
MOJTyYeHUs] MarHUTOTBEpHOW (a3bl Iid JajdbHEUIIero
MIPOM3BOICTBA TIOCTOSIHHBIX MarHUTOB Ha €€ OCHOBE.

3KCHep]{lMeHTaJ'll>Haﬂ 4acTh

Teopemuueckas ocroga

[Tomyuenne crmmaBa MnAl myTteM  THIPUIHO-
KaJlbIIUEBOTO BOCCTAHOBJICHHUS MOXXHO TIPEICTaBUTh
COCTOSIIIAM H3 IpoIIecca BOCCTAHOBICHH Mn U3 OKcHIa
Maprafia, BOCCTAaHOBJIEHHS aJIOMHHUS M3 OKCHAA
AITIOMMHUS, M UX TOCJIEYIollee B3auMoJIeiicTBUe Yepe3
JKUJIKUH KaabIHA.

AJTIOMUHHI ¥ MapraHell He SBIISIOTCS TyTOINIaBKUMHU
MeTaJlJIaMH, TI03TOMY B METAJUIOTEPMUYECKOM TIPOLIECcCe
0COOBIi WHTEpEC NPEACTABISET DJHTAIBINS PEaKIHH
(4H). DOrto 3HadyeHWe TMPEACTABISET TEIIOTBOPHYIO
CITIOCOOHOCTB peaKITMOHHOU cMecH. J[iist peakiuii ciHTe3a
C UCIOJBb30BAHMEM THIPHUIA KaIbLHUS ONTUMAIbHBINA
QIMATa30H TEIUIOEMKOCTH COCTABILIET MPUOM3UTEIHEHO
ot 200 mo 500 x/I>x Ha kr mwXTHI [6]. B aTOM nuanazone
mpolecc NpoTekaeT cTabuibHO, 0e3 pucka B3phIBa.
Onnako npepbiieane 500 kJ[/Kr MIMXTHI IPUBOIUT K
TOMYy, YTO pEaKIUs CTAaHOBUTCA BBHICOKOAKTHBHOM,
yCcKopsisi BblneneHue H; W moBbImIas JaBlieHUE BBIIIE
MOPOrOBOTO  MpeJeNia, YTO MOXET MPHUBECTH K
WHTCHCUBHOMY HarpeBy u B3peBy. JlaHHBIE 1O
cB00OHOM sHeprun ['md0ca u SHTATBEIUN 00pa30BaHUA
Ha aToM Kucjopoia mnpuBeneHbl B Tabmune 1. Takum
o0Opa3oM, U3 cooOpaxeHWi 0e30MacHOr0 MNPOBEICHHS
CHHTe3a OBUTH BBHIOPaHBI MOHOOKcHA Mapranma MnO u
okcua amromuans AlOs.

Tabruya 1. Ceoboonas snepeus I'ubbca u
SHMANLRUSL 00PA308anUst OKCUO08 (K/[ic/e na amom

Kucnopooa) [6]
Oxkcup -G29g KJIK/T -H9g x]JIx/T (aTOM
(atom O) 0)
CaO 607.1 635.1
MnO 368.4 404.0
AbLOs3 5233 548.9

BoccranoBnenne Mn-Al runpuioM KadbIus MOXKHO
OTHCATh CICAYIOUIMM 00pa3oM: HarpeBaHUe THAPHIA
KaJlpI[Usl B CMECH C OKCHJAMH MapraHia W ajJloMHUHHA
BBI3BIBACT €ro ObIcTpoe pasnoxkenue Boime 830 °C, B
pe3yNIbTaTe 4ero 00pa3yroTCs METAIUTMYSCKUH KabIIHiA 1
3JIeMEHTapHBIN BOZOPOA. OHOBpEMEHHO
00pa3yroIuics MeTaUTMYeCKIi Kanbliui miaButcs (Toy
= 842 °C), 4TO yCKOpSIET BOCCTAHOBIICHHUEC Maprafiia
QTIOMHHHST M3 WX  COOTBETCTBYIOIIMX  OKCHJIOB.
Paznoxenne CaH, npu 830 °C mpoucxomut 110
mnaieHust Ca npu 842 °C. Dto cozmaet xunkuii Ca,
YCKOPSIONIMA ~ KUHETHKY BOCCTAHOBIICHHSI  OKCHJIA.
[MosToMy O0OBEOUHEHHBIE TPOLECCHI  PA3IOKCHHS
ruapuia KaJIbLUs u BOCCTAHOBJICHUS
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MapraHIia/aTfOMIHIS MOKHO CYMMHPOBATH CIEIYIOMINM
obOpazoM:
MnO + A1,03 + 4CaH, — (Mn-2Al) + 4CaO +
4H>1
rae (Mn - 2Al) obo3HauaeT HHTEPMETAIITUYECKOE
COeIMHEeHHEe, KOHKPETHBIA COCTaB KOTOPOTO 3aBUCUT OT
COOTHOIIICHUS OKCHIOB B UICXOAHOH CMECH.

Cunmes MnAl memooom mepmuueckozo
80CCMAHOBNEHUS KAbYUSL

Jlns  mosydeHuss CIUTaBOB Ha OcHOoBe MnAl
UCIONIb30BaNIach cMech OkcuaoB: AlOs (OCHOBHOE
BemecTBo, >98,2 Mac.%), MnO (=95 mac.%), u CaH»
(96,0 mac.%, ocrarok CaO). lluxty (Al,03 + MnO +
CaH,) cmemuBanu B TOPU30HTAIBHOM OapabaHHOM
CMecHUTee N0 OJHOPOJHOTrO cocTostHus (60 MUH).
CMemaHHyl0 IMHUXTy 3aldBAIA B  Kamlcyly U3
YTIACPOAUCTON cTanu (BHYTpeHHHH nuameTrp D36 MM) U
VIUIOTHSUTA PYYHOW TpaMOOBKON WM OJHOCTOPOHHHM
MPECCOBAaHMEM Ha THAPABIMYECKOM IIpecce IO
nasieHueM 56,1 Mlla. 3areM MOATOTOBIEHHYIO KaICyTy
nomemanu B 6osee kpynHbiid (3110 Mm) KoHTEHHED U3
JKapoTpOYHON  XPOMOHHKEIIEBOM  CTamu, KOTOPBII
TepMETHYHO 3aKpelBamd. Bakyym co3maBancs 10
OCTAaTOYHOTO JIaBJIeHus rasa npubimsurensHo 102 Topp,
a 3areM OBDI BBEACH aproH Jo jAaBieHus 1,2 atm.
BoccranoBneHre TpOBOAWIOCH B INAXTHOH  I€YH
compoTusieHus npu remneparype 1200 °C co ckopocThio
nmombema Temmepatypsl 20 °C/mun. B Ttabmmne 2
MOKa3aHbl COCTABHI TIOyUYSHHBIX CIIABOB M HEKOTOPHIC
TEXHOJIOTHYECKHUe MapameTpsl mporecca. OKcu KaabLust
YIAISUICS. U3 TPONYKTOB BOCCTAHOBIIEHHS C TIOMOIIBIO
THIPOMETAILTYprudeckoil  oOpabotku.  CrieueHHEIE
MNPOAYKTBI pC€aKnuu HU3MEJIbYaJIMCh U TMOMCIIAINCH B
€MKOCTb C BoJIoi. [Tocie 3akanku B pacTBOp A00aBIsIaCh
35% yxcycHas kuciora, nojgaepxusas pH He menee 2—3
BO BpeMs KHCJIOTHOW oOpabotku. IIpoaykt, Temepb
CBOOOJHBIN OT OKCHIA KaJIbIMSA, IIPOMBIBAJICS BOAOH Ipu
HertpaibHoM pH (7), 3aTeM BBICYITUBAJCS B BAKyyMHOM
nieun nipu temneparype 60 °C u mpocenBaics.

B pesynbraTe CcHHTE3a METOIOM THAPHUIHO-
KaJIbIIACBOTO  BOCCTAHOBJICHHUS  TOJIYYaJUCh  CIICKH,
COCTOSIIIMIE u3 OKCHIIa KaJIbIAS CaO u

WHTEPMETAIUTMIHBIX YacTUI] BHYTPU TaKOTO CIIEKa.
DNEeKTPOHHOMUKPOCKOIMYECKOE H300paKeHHE YaCTHIIBI
CrieKka MpHUBEIEHO Ha pHUCYHKE | (HIKHHUM PUCYHOK).
OKcuJ KallbIus — cepasi MaTpHIla, CBETIIbIC BKIFOUCHHUE —
YaCTHUIBI UHTEPMETALTHI0B. OYHCTKA CIleKa B YKCYCHOM
KHUCJIOTE TI03BOJIMJIA BBIAECTUTh WHTEPMETAJUINYECKHMA
MIOPOIIOK HEepaBHOOCHOH (opmbl ¢ pasmepamu 20-50
MKM. M300pa’keHHe MOpOIIKa, IOIYYEHHOE METOJ0M
CKaHUPYIOUIEH SJIEKTPOHHOW MHUKPOCKONHHU B CHUTHAJE
OTP@XEHHBIX DJJIEKTPOHOB IIOKa3aHO Ha pHCyHKe 1
cBepxy. OcoOblii HHTEpEC TPEACTaBISIET COCTaB
MOPOIIKA, IMOJy4aeMOro IMPH PAa3IMYHbIX YCIOBHUSIX
CHHTE3a, T.K. AIIOMUHUI 1 MapraHel] UMeIOT Pa3inyHylo
PacTBOPHMOCTE B SKHIKOM KaJIBbIMU IPH TEMIIEPAType
CHHTE3a.
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Ta6]lu1461 2 — Cocmasbvl cniagos u WuUxmosl, a makodice nexnoiocuiuecKkue napamempusl 2udpudH0-Kaﬂbuueeoeo

SEM HV: 20.0 kV
Det: BSE

)
LRy

SEM HV: 20.0 kV
Det: BSE

SEM MAG: 2.00 kx
50 ym
NUST MISIS

Puc.1. HU3o6pasxcenue nopowika MnAl é cuenane
OMPAANCEHHBIX INEKMPOHOB (CKAHUPYIOUas
9NEKMPOHHAA MUKPOCKONUS): C8EPXY — UCXOOHbIL CNEK,
cooepoicawuti 4acmuybl UHMEPMEeMAIULecKol (asvl
(ceemavle yacmuysl @ cepotl mampuye), CHu3y —
ouUUeHHbIe YACMUYb] UHMEPMEMANIUoa.

Jdns  WccmemoBaHWE  COCTaBa  IOpOIIKA  OBLIH
MOJATOTOBIICHBl  TIOJMPOBAHHBIE O00Opa3Ibl  TOPOIIKA,
3JINTOTO B TMPOBOMSAIIMN TMOJMMEPHBIA KOMIIAyH]I.
UccnenoBanne  cocTaBOB  MPOBOJAWIOCH — METOJIOM
SHEPTrOJUCIICPCHOHHON CIIEKTPOCKOTIHH
XapaKTEPUCTUYCCKOTO PEHTTEHOBCKOTO H3IyUYSHHS C
0o0paboTkol crHekTpa mporpaMMHbIM mnakeroM AZTec
Oxford Instrument.
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80CCAHOBIEHUSA
Criocob
N36wITOK YIUIOTHEHUS
No Cocras KOMITOHEHTA HIAXTHI OxnaxaeHune KOHTelHEpa
- LIUXTHL, %o (IOTHOCTB
IIUXTHI, T/cM°)
HIUXTHI CIIaBa CaH, Al
S1 30 0
S2 30 0
2431 g 200 pyunoe (1.29 + ¢ 950 °C Ha BO3MYyX€E
AlLO3+MnO 0.04)
S5 +CaH, Mny s4Alo 46 0 50
S6 0 100
S7 0 50 ¢ 950 °C 3akaska B H,O
S8 30 0 E‘fi%cfg‘g‘;‘)’ ¢ 950 °C Ha Bo31yXe
£% 1 22 9 <
= % g /i
& 2

YacTHIL JJAHHOIO cocTaBa

OTHOCHTETEHAS JacTOTa BCTpEYH
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Puc.2. Pacnpedenenue no cocmagy pasuvix oopasyos
HOPOWIKA U CPEOHULL COCMAB NOPOWIKA (66€PXY), U
3a6UCUMOCTNG COOEPHCAHUSA ATIOMUHUA 8 HOPOUKE OM

cocmasa wuxmul (6HU3Yy).

0

AHnamu3 coctaBa mnpoBogwics no He MeHee 100
U3MEPEHMSAM PA3IUYHBIX YacTUI C IOCIETYIONINM
MOCTPOSHUEM KpUBOU pacmpenenenus. CpeqHuii cocTaB
TIOPOIIKA PACCUUTHIBAJICA T10 Clieytomeii hopmyie:

Mn _ Mn
Xave. = ZXi *Di (1)
rae, X lM " _k05)OHUIMEHT IPH HEM3BECTHOM,

Di- OTHOCHTEIbHAS YaCTOTA BCTPEYH YaCTHIIBI
Mn
cocraBa X; .
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Ha ©pucynke 2 BBepXy TIOKa3aHbl KpHUBBIC
pacnpezeneHus coCTaBa YaCTULL TOPOILKA B 3aBUCUMOCTH
OT yCJIOBUH cuHTe3a. M3 puCyHKa BHUIHO, YTO H30BITOK
KaJbLUS U OTCYTCTBUE M30BITKA AFOMHUHUS IIPUBOIUT K
(hOpPMHUPOBAHHIO COCTABOB C U30BITKOM MapraHIia, COCTaB
KOTOPBIX OTBEYAET OONACTH CYIIECTBOBAHHS TBEPIOTO
pacTBOpa aJIOMHHHS B Maprasiie co CTpyKTypou [3-Mn.
[Ipu 3TOM pacnpeneneHrss MOHOMOAAIbHBIE U HE UMEIOT
BTOPOT0 MaKCHMyMa B pactiperiesieHnu. [Ipu yBennaennn
n30BITKA  QIIOMHHHS ~ HAOMIOmAeTcs  YMEHBIICHHE
CpelHero collepKaHus Maprasiia, OJIHAKO
pacnpezneneHue npruodpeTaeT OMMOJAILHOCTD, TIE OJTHA
W3 MOJ pacupefeNicHHs OTBeYaeT Ha JHarpamMe
($a30BOr0 paBHOBECUS MPEUMYIIECTBEHHO Y2 (ase, a
BTOpass cMecH Y2 u B-Mn. Ha ocHoBaHWMW W3MepeHHIA
COCTaBOB TIOPOIIKAa IMOCTPOEHA KpHBas CBS3BIBAIOIIAS
COOTHOIIICHNE MEKIY COCTABOM IIMXTOBOTO MaTepHaa u
cocTaBa MOJIy4aeMoro mnopouka (puc. 2, BHU3Y). Takum

o0pa3oMm, BHIHO, 4YTO JJIsI CHHTE3a IIOPOIIKA,
oTBeyaronmiero  o0jacTh  cyliecTBOBaHHA  T-(hasbl,
HEOOXOAMMO TIpU  CHHTe3e J00aBIATh  HM3OBITOK

anmromuHus B nuamnazone 50100 at.% Oomnee pacueTHOTO
KOJIHYECTBA.

3akouenue

WuTepMerauinyeckue CIUIaBBl  CHCTeMBl  Mn-Al
OBUIH YCIENTHO CHHTE3HPOBAHBI IIYTEM KaJIBIIUEBO-
TEPMHUYECKOTO  BOCCTAHOBJICHHS  CMECH  OKCHIA

amomunus (Al,O3) u MoHookcuna Mapranma (MnO).
OTOT NpoLecc BOCCTaHOBJIECHUS IPOBOJUIICS B CTAIbHOM
KOHTeltHepe npu Temmeparype 1250 °C B nmpucyTCTBHU
THAPUAA KAIbIH. AHAIU3 C MTOMOIIBI0 CKaHUPYIOLIeH
ANIEKTPOHHOW MuKpockommu (COM) mokasam, d9To
HOJIy4YEeHHass MUKPOCTPYKTYpa SIBIISIETCS FE€TEPOreHHON U
COCTOMT U3 MHTEpPMETAIMYECKUX dYacTun MnAl,
IVCTIEPTHPOBAHHBIX B MaTpuile okcuaa kamprus (CaO).
HnTepMmeramnuecknii MOPOMIOK OBUT  W3BIEYEH U3
MPOAYKTOB peakimu pactBopeHneM CaO B Boge ¢
MOCIEAYIOIIEd  IPOMBIBKOM  YKCYCHOH  KHUCIIOTOM.
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[TomyueHHBIH MOPOIIOK MUMEN HEMPaBHILHYIO (GopMy ¢
pasmepamu yactuy, oT 20 go 50 muxpoH. Pazmep u
pacrpenesieHne STHX YacTHI[ HE 3aBUCAT OT MeETOoZa
MIPECCOBAHMS, UCIIONB3YEMOTO IS TIONYYCHHS IIUXTEL.
[Tokxazano 3HAYUTEIBHOE OTKJIOHEHHUE MEXKITY
collep)KaHHMEeM AIIOMHUHUSI B  HMHTEPMETAILTHYECKOM
MOPOIIKE M €ro KOHIEHTpAaIleld B INMUXTE, B CTOPOHY
YBEIUYCHHST KOHIICHTPAIMK aTIoMUHMs. 1S momydeHus
MOPOIIKa C KeJaeMbIM COCTaBOM CIUIaBa, B KOTOPOM
npucyTcTByer  1-MnAl,  mortpeOyercs  W30OBITOK
amroMuHUA, cocTaBisomuii oT 50 ar.% mo 100 ar.%
0oJbIlIe pacueTHOTO KOJIMYECTBA.

Paboma svinoanena npu gpurarcosotl noodepaicke
Munucmepcmea obpasoganus u Hayku P,
6 pamkax 2ocyoapcmeennoeo sadanus Ne ®CMO-2023-
0007.
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B pabome enepesvie uzyuenvl yciosus kpucmaniuzayuu cyivb@ama nukeasi (NiSO4-7H>0) 6 cucmeme NiSO+~{MCO—-
H>0. Ilonyuenvr obpasyvr coedunenus Nix(SOq4)211H>0-(CH3)2S0, npucoonvle 018 usyueHusi CHeKmpanibHbIX
Xapaxmepucmux, u npogedeHo ucciedosanue ¢ unmepeane i = 200-800 um. Yemarnosnenvt obracmu npo3pasHocmu
Ha epanuye YD—euoumas uacmv cnekmpa u euoumas yacme cnexmpa—HMK. Memooom penmeeHoOcmpyKmypHoO20
ananuza uzyuero cmpoenue monokpucmaia Nir(SOy)z-11H>0-(CH3):SO npu komuamuot memnepamype.

Kniouesvie crosa: ¢pazosviii ananus, pocm Kpucmaiiog u3 pacmeopos, CHeKmpbl NPonyCKaHUs, KpUCMAIIU4ecKds
cmpykmypa.

Growth, structure and properties of nickel sulfate in mixed solvent water—-DMSO

Gudymenko A.V.!, Komornikov V.A.2, Novikova N.E.2, Voloshin A.E.2

"National University of Science and Technology “MISiS”, Moscow, Russian Federation

2National Research Center “Kurchatov Institute”, Moscow, Russian Federation

In this work, the conditions of nickel sulfate (NiSO4-7H>0) crystallization in the NiSO4+~DMSO—-HO system have been
studied for the first time. Samples of Nix(SOy)2-11H>0(CH3):SO suitable for studying spectral characteristics are
obtained, and a study is carried out in the range A = 200-800 nm. Transparency regions at the UV—visible spectrum
boundary and the visible—IR spectrum boundary are established. The structure of Ni2(SOy)2-11H>0-(CH3),SO single
crystal at room temperature is studied by X-ray diffraction analysis.

Keywords: phase analysis, crystal growth from solutions, transmission spectra, crystal structure.

BBenenne. HeoOXommMoCTh MOMCKAa CENEKTHBHBIX  JJIMHHBIX BOJH. [IpHMEHHMMOCTH Takoro mojaxona Oblna
ONTHYECKUX  (WIBTPOB  OOYCIOBIEHA  PAa3BUTHEM  YCIIEIIHO MPOJEMOHCTPUpOBaHa B [5].

METO/IOB CIIEKTPAIbHON AUArHOCTUKU U MOHUTOpUHTa. B Takum oOpa3oMm, Hacrosimiasi padoTa MOCBAIIEHA
paMKax pa3BHTHS HOBBIX HANPaBICHWH COBPEMEHHOM  M3YYEHHIO YCIOBHI KPHUCTAJUIM3AlNK CyJIb(aTa HUKENS B
(OTOHUKHM — MOHO(OTOHHBIX M THIEPCHEKTPATIbHBIX  CMEIIAHHOM pacTBopuTENe Bozra—/IMCO u
TEXHOJIOTHH, CHCTEM WHTEIJICKTYaJbHOTO 3pCHMS —  HCCIEJOBAaHMIO €r0 CBOMCTB.
CYIIECTBYET OIpe/ieNIeHHas ITOTPeOHOCTh B MaTepHaiax, IKCHepUMeHTalbHast 4acTb. /[l  u3ydeHus
npo3padHblx B Y®-A-nuanazoHe cnekrpa (A = 315400  ¢azoBreix paBHOBecuii B cucreme NiSO4+—IMCO-H>O
HM) [1]. [Toatomy 3a/1aua MOJIy4eHHUsI ~ TOTOBWIM Cepui0 M3 21 HachIIEeHHOro pacTBopa C
MOHOKPHCTNTMIECKUX MaTepHaIoB Uil GUIbTpoB Y®P-  NEepeMEeHHBIM COOTHOIIEHHWEM COCTaBa pacTBOPUTEINS
A-nrana3oHa O4eHb aKTyaslbHa. H>0:(CH3)2SO (ot 0:100 o 100:0 mon. %). HaBecku
B [2-4] mnpuBeneHsl pe3ynbTaThl MOAPOOHOTO  PACTBOPEHHOTO pEAaKTHBA IIOMEIIATM B HACTOJBHBIN
U3YYCHHUsSI KpHCTaIoruapara cyibdara HUKeds o-  TepMocTar-medkep ¢ pamkoi kavanusa wu  IIM/I-

NiSO4-6H>0. D10 coenuHeHe MO0 MHOTUM TlapameTrpam  PETYIATOPOM TEMIEPAaTYypel M HA TPOTHKCHUM IBYX
yXke JIOCTATOYHO JABHO 3apEKOMEHIOBANO ceOs B HENENb BHIMEINMBAIM JIO YCTAHOBJICHHS TUHAMUYECKOTO
Ka4yeCcTBE OTIMYHOI0 MaTepHalia ISl COJTHEYHO-CIIEBIX PaBHOBCCH MCKIY HACBIIICHHBIM PaCTBOPOM MU OCaJIKOM
npubopoB. Takue cpoiicTBa kpuctauia a-NiSO4-6H,O ~ Ha IHC CoCyna. [Tocne ycraHOBiICHUS AUHAMHYECKOTO
06YCIIOB/ICHBI IPEXK/IE BCETrO HATMUMEM B €r0 CTPyKType ~ PABHOBECHS OCYIIECTBIUIM OTOOp MPOO IKHAKHX M
KOMITTEKCHEIX  KatioHOB [Ni(H20)s]2*. Opmako i TBEPABIX (as.

WCTIONb30BaHMA B KadecTBe (QuibTpa Y®P-A-nuana3zoHa PacTBopumocTs onpesensi BeCOBbIM MeTOOM. Jlist
kpucramn  a-NiSO4-6H,0 He momxoaur. Ompmm u3 ~ OTOTO B OFOKCBI, TOBEAEHHBIC 710 TIOCTOSTHHOM MacChl MIPH
croco00B BIHSHUS HA CIEKTPAIbHBIE XapPAKTECPUCTUKU 80°C, orbupany alMKBOTBI HACBILICHHBIX PAaCTBOPOB H

KPHMCTAJUIOB SBISETCS M3MEHEHUE IMTAHAHOrO cocrapa  B3BCIIMBATIH. Ilocne oToro OrOKCHI €  pacTBOpaMu
KOMIUIEKCHBIX MOHOB B CTPYKTypax KpucTayuioB. Ecau ~— MOMCHIAIM B NICYb IPH YKa3aHHOM TCMIIEPAType N BHOBL

YaCTUYHO WM IOJHOCTBIO 3aMEHHMTH MOJIEKYJbI BoApl B AOBOMWIH — JI0  IIOCTOAHHOM — MACChl  MOCPEICTEOM
KoMIITeKCHOM HoHe [Ni(H:O)g]" Ha muramn Gomee — B3BEUIMBAHIS KAKIBIC CYTKH. DTO U3MEPEHHE ITIOBTOPSIIH
cnaboro  moms, To momoca  mpospaunoctH B AO TEX IOp, IOKa He ObUIa MOJIyYeHa CEepUs U3 TPeX

KOPOTKOBOJIHOBOIl ~ OGNIACTH CMeCTHTC B CTOpoHy — PE3YJIBTaToB O cxomumocthio £ 0,01(1)r.
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Pentrenodasopeiii ananmusz (P®A) pa3MonoThIX B
MOPOIIOK  00paslOB  MPOBOJMIN TIPH KOMHATHOU
TeMIeparype  Ha  PEHITCHOBCKOM  IIOPOLIKOBOM
mugppakromerpe Momenu Tongda TDM-20 (chéMka Ha
Bo3ayxe, mar rounomerpa 0,0095°, 3anepskka mara 0,4 ¢
6e3 Bpamenus kroBeTbl, ACuxq= 1.541 A, Ni-punstp, 20
=10°-60°).

Poct MOHOKpPHCTAIIOB pa3iW4YHBIX COCAMHCHUMN
MPOBOJMIN METOJOM H30TEPMHUYECKOTO yMapUBaHHS
HACHILIEHHOTO pacTBopa w3 damek llerpm mpu
KOMHaTHOH Temmeparype. OO0beM pacTBOopa He
npesbiman 30 mit. [Iporece OCyIIeCTBISUIN B HECKOIBKO
utepanuii. Ha mepBoM 3tame B nmabopaTopHOM OOKCe
MOJy4JaJld TIEPBUYHBIE KPUCTAIBI pa3sMepoM 2-3 MM.
3areM pacTBOp JACKAHTHPOBAIM OT O0pa30BaBIIAXCS
KPHUCTAIUIOB U (QMIIBTPOBAIIH ¢ TOMOIIBIO prtbTpa LlloTTa
Ne 4. OroOpaHHBII TIO MaKCHMAJILHOMY pa3Mepy
KPHUCTAJUT UCIIOJB30BAIM B KAUYeCTBE 3aTPABOYHOIO LIS
creyromiero stana pocra. Ilpu ynapuBaHum pactBopa
PETYISIPHO  OCYWIECTBISUIN  BH3YaJIbHBI  KOHTPOJb
mpoiiecca pocra. B ciydyae CioHTaHHOTO BO3HUKHOBEHHH
JIOTIOJTHUTENILHBIX KPHCTAJIOB npouenypy
NEKAaHTUPOBAHUS W (IIBTPALUIO TIOBTOPSUIA. TaKuM
00pa3oM, TOOWBAIKMCH TOTO, YTOOBI B YIApHUBaBIIEMCS
pacTBOpE HAXOIUIICS SMHUYHBINA PACTYIHA KPHCTAILIL.

IU(paKIMOHHBIE JaHHBIE UL
MOHOKPUCTAIOB  Niz(SO4)2-11H20-(CH3)2,SO  Obutn
MOJTy4YeHBl TpH  KOMHATHOH  TeMmeparype  Ha
peHTreHoBckoM nudpakromerpe Xcalibur Eos S2
(Rigaku Oxford Diffraction) (MoK,-m3iydenue, A =
0.71073 HM), 00OpYIOBaHHOM JBYXKOOPAWHATHBIM
CCD-petexropom Sapphire S3 (2048 x 2048 mukceneit,
pasMep THKcels 37 MKM) W TOHHOMETPOM C Karla-
reomerpueit KM-4, TounocTs ycraHoBKY yrioB 0.005°—
0.01°.

Onrtuueckne CHEeKTPbl MPOIyCKaHWs KPUCTAUIOB M
PacTBOPOB HCCIIEOBAITH C TIOMOLIBIO CIIEKTPOPOTOMETpa
Cary 300 UV-Vis—NIR B nuana3zone jvH BoaH 200—-800
HM.

Pe3yabTatsl 1 ux o0cyxaenue. C UCHOIb30BaHUEM
MeTo/a MmapauIeTbHBIX KPHUCTAIDTH3AIUHA u3
pactBoputeneit mepemenHoro cocraBa DMSO:H>O c
maroM 5 mMoi. % ot 100:0 k 0:100 Gru1a HccnenoBaHa
pacTBOPUMOCTE cyib(ara HuKeIs. M3yuenne npoBoamim
B TemnepatrypHoMm auamnazone oT 50 mo 25°C. Pesynpratht
M3y4YeHHs PacTBOPUMOCTH IpeACTaBJIeHbI B Ta0. 1 U Ha
puc. 1.

PenTrenoBckue

Tabnuya 1. Pacmeopumocms cyivhama HuKens 8 cMeuaniHom pacmeopumene ¢ pasuvim coommuoutenuem JJMCO: H,O npu

PA3HBIX MeMnepamypax

e
) Monsnste goan [IMCO 8 soge or 100 go 0%
Puc. 1. Kpusvie pacmeopumocmu NiSOy 6
pacmeopumeine ¢ pasHblmM COOMHOUEHUEM KOMNOHEHNO08
JIMCO:H>O0 6 ouanaszone om 50 0o 25°C.

P®A paBHOBecHBIX ¢ pacTBOpaMu TBEPIBIX (a3 Ha
JAHHOM JTale BBIIBWI CYIIECTBOBAaHHE IBYX oOJacTei
KpUCTAJUIM3aLlUK CIeAyomuX (a3: TeTparoHaJbHOTO
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M3HavyanpHOE COOTHOIICHHE
IIMCO/H:O, wor. % 100/0 | 95/5 | 90/10 | 85/15 | 80/20 | 75/25 | 70/30 | 65/35 | 60/40 | 55/45
Ne pactBopa 1 2 3 4 5 6 7 8 9 10
50°C | 4,76 | 2,48 | 1,70 | 1,25 1,60 | 0,58 | 0,59 | 0,56 | 1,05 | 1,37
Pactsopumocts NiSOs, 1 | 40°C | 12,84 | 342 | 146 | 1,34 | 1,34 | 1,01 | 0,39 | 0,40 | 0,65 | 0,68
/ 100 r pacTBOpHUTEIIS 30°C | 1540 | 3,68 | 1,72 | 1,29 | 1,24 | 0,85 | 043 | 0,45 | 0,61 | 0,71
25°C | 15,62 | 3,54 | 1,60 | 1,10 | 1,23 | 0,60 | 0,38 | 0,41 | 0,50 | 0,67
W3navyanpHOE COOTHOIICHHUE
JIMCO/HLO. Mo, % 50/50 | 45/55 | 40/60 | 35/65 | 30/70 | 25/75 | 20/80 | 15/85 | 10/90 | 5/95
Ne pactBopa 11 12 13 14 15 16 17 18 19 20
50°C | 1,40 | 2,35 | 2,54 | 1,89 | 1,77 | 2,57 | 5,53 | 21,58 | 46,47 | 61,62
PactBopumocts NiSOy, T 40°C | 0,74 | 1,05 1,83 1,35 1,22 | 1,70 | 3,41 | 10,86 | 39,68 | 55,72
/ 100 r pacTBOpHTENS 30°C | 0,63 | 0,76 | 1,03 | 0,99 | 1,11 1,37 | 2,53 | 7,19 | 29,08 | 47,91
25°C | 048 | 0,68 | 0,91 | 0,87 | 0,87 | 1,10 | 4,87 | 5,65 | 24,68 | 47,96
NiSO46H20 (a-NSH) wu paHee  HEH3BECTHOTO

coemuaeHHsT Niz(SO4)2'11H20(CH3),SO. Pesymprats
peHTtreHo(azoBoro aHain3a MPUBEACHHI Ha PHC. 2.

V1, ota. ex

PactBOpEI
Ni,(S0,),-11H,0*(CH,).SO ]]-15

PacTBopbl

o

116

]

P Y
T T T

5 4D 45 50

i a-Niso o 10-21

TF 023

5
S
A

H

T 1
55 60
20, rpan

Puc. 2. Pezynomamor P@A ocrosHbix as,
obpasyrowuxcs @ cucmeme NiSO+~/[MCO-H,O.
Jns u3ydeHHWss CTPYyKTypbl W CBOHCTB HOBOTO

COCIMHECHUS Ni2(SO4)2:11H20-(CH3)2SO ObLIH

T T T T
5 10 15 20 25 30

@
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BBIPAIIEHbI MOHOKDUCTAILIHYECKHE o0pasipl (puc. 3).

G

0l

NI
||||“||||F||}||'H|||

Puc. 3. Monoxpucmannuueckuii obpaszey
Niz(SO4)2-11H>0-(CH3),S0.
[IpeaBapurensHbIe UCCIENOBAHUS KPUCTATLTHIECKON
CTPYKTYpBHl  TOJIy4EHHOTO COEIWHEHHS  IMO3BOJIMIIH
YCTaHOBUTh MOHOKIMHHYIO JJIEMEHTApHYIO SYEHKY CO
CIeMYIOIUMH TIapaMeTpamu: Tp. Tp. Pc, a = 5.8498, b =
41.3274(2), ¢ = 82415 A, B = 98.5619(4)°, V =
1970.24(12) A3, Z= 4 (puc. 4a).

A\ ,‘\

/.A

Puc. 4. Cmpyxmypa Ni>(SO4)2-11H>0(CH3)250 npu
20°C.

Crpykrypa kpuctainioB Niz(SOs)2-11H20-(CH3)2SO
conepkuT Tpu HWoHa: aHuoH SO4 (puc. 46) u nBa
pa3JIMYHbIX KOMIUICKCHBIX KaTHOHA AaKBaKaTUOH
[Ni(H20)¢] (puc. 46) 1 KaTHOH CMEIIAHHOTO JTUTAHAHOTO
coctasa [Ni(H20)s5(CH3)2SO] (puc. 42). B koMITiIeKCHBIX
KaTHOHAaX oO0EenX pa3HOBUIHOCTEH KOOpIMHALMUS C
HEHTPaJbHBEIM aTOMOM HHUKEIS OCYIIECTBISICTCS Uepe3
aTOMBI KHCJIOpoaa. Boms ocu @ B mIaxmMaTHOM MOpPSIKE
MIPOCTUPAIOTCS IETIOUKU CYIb(haTHEIX aHHOHOB SO4 U
KOMILICKCHBIX KaTHOHOB. OHHU UYepeAyloTcs BIOOIb C H
00pa3yroT CIIOH, IEPIICHANKYJISIPHBIC OCH b: YeThIpe CIIOS,
c(hopMUpPOBaHHBIX YepeLyOLIUMHUCS LIETIOYKaMU
aanoHoB SO4 u katnoHoB [Ni(H20)s], paznenensr nByms
ciostmu annonoB SO4 u katroHoB [Ni(H20)s(CH3)2SO].

——Ni(S0,),+1 IH 0+(CH},50
——NiSO,*6H,0

Iponyckanne, oTH. €1

1
800
. HM

200

Puc. 5.

Cnexmp
Nix(SO4)2-11H>0-(CH3),SO0.

NponycKauus — Kpucmaiid
Ha puc. 5 npuseneHsl pe3yiapTaTbl H3MEpPEHUs
OTITUYECKUX CIIEKTPOB MIPOITYCKaHUS
MOHOKPHCTINIMYECKHX 00pasIioB.
B unrepBane anun BoaH A = 200-800 HM KpuCTaI
Ni2(S04)2-11H20-(CH3)2SO  mposiBisseT JABe TOJOCHI
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MpOMycKaHus B uHTepBaiax A = 250-375 u 425-650 HMm.
CrieKTpabHBIC XapaKTEPUCTUKU COJICH HUKEIIS 3aBHUCST B
MEepBYI0 OYepens OT KOOPAWHAIHMOHHOTO OKPYKEHHUS
Hukens. [Ipy cpaBHEeHHH CTHIEKTPOB MPOITYCKAHUS COJEH
mectuBogHoro cynbdara Hukens (NiSO46H,0) u
HoBoro coemuHeHHs (Nix(SO4)2-11H20-(CH3)2SO) (puc.
5) crneayeT OTMETUTb, YTO TMOJI0CA MPOIYCKaHUI HOBOTO
coenuHeHus B Y D-auanazoHe Ooliee y3kas M CMEIeHa Ha
20 HM B CTOPOHY BHIUMOW 4YacTH CIEKTpa. OTO
00yCJI0BIEHO HaJIMYUeEM MOJIEKYJIBI JIMCO,
3aMelIaIIed OAHY MOJIEKYJTy BOIbI B yABOCHHOM
pemETKe MEeCTUBOTHOTO CYNIb(haTa HUKEIIA.

BriBoabI

HccnenoBana  pacTBOPUMOCTb  KPUCTAUIOB B
nuamnazone temreparyp ot 50 mo 25°C B umHTepBaie
cootHomeanss HO:(CH3),SO ot 100:0 mo 0:100.
BrisiBiieHBI JiBe 00J1aCTH KPUCTAJUIM3ALUN COCTUHEHUMN:
TETParoHaNbLHOTO CyJdb(aTra HUKEIS W MOHOKINHHOTO
Ni2(S04)2-11H20-(CH3)2SO.

Kpuctamr  Nix(SO4)2-11H20-(CH3):SO  monyden
METOJIOM M30TEePMUYECKOr0o ymapuBaHusa. PacTBop mpu
pocTe cTaOuIIeH.

Crrextp TIPOITYCKAHUS KpHCTallIa
Niz(SO4)2-11H20-(CH3).SO MpeJICTaBlIeH Tpems
obnactaMu mpo3pauHocTu: B YD-00macti, B BUAUMOM
gactu crnekrpa U B MK-obmactu. I[lo crnekTpaibHBIM
xapakrepuctukaM kpucTtamnt Niz(SO4)2-11H20-(CH3)2SO
otiauyaercst ot kpuctamia o-NiSO4-6H,0O 6Gonee y3koit
rmoyiocoit mpomyckanust B Y d-quanazoHe, cMEmEHHON B
JUIMHHOBOJHOBYIO ~ o0mactb.  OTo  00yCIOBJIEHO
3aMCIIICHUEM B 4YaCTU KOMIUICKCHBIX KaTHOHOB HUKEJISA
MOJIEKYJI BOJibI Ha Mosekysl JIMCO.

Paboma evinonnena @ pamxax 2ocydapcmeeniozo
sadanus HUL] « Kypuamosckuil uHCmumym»y.

B uacmu penmeenosckoii oughpaxmomempuu
paboma 8uINOIHEHA C UCNONL308AHUEM 000PYO0BAHUSL
LIKII « CmpykmypHas 0uaeHoCmuKa Mamepuanios
Kypuamosckozo xomnaexca kpucmannozpaguu u
gomonuxu npu noodepicke Munucmepcmea nayxku u
gvicuie2o obpaszosanuss PO 6 pamkax 20cyoapcmeeHHozo
sadanus HUL] « Kypuamogckuii uHcmumymy.
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Evaluation of New Scintillating Screens for Radiography and Neutron Measurements

Zakharova A.V.!?, Komendo 1.Y.!?, Murashev M.M.2, Korzhik, M.V 2

' D. Mendeleev University of Chemical Technology of Russia, Moscow, Russian Federation
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The article discusses the materials used to detect neutron radiation and summarizes the key principles of the neutron
detection process. Methods of forming scintillation screens from powders are given. An analysis of the relative light
output of lithium calcium silicate is presented depending on the particle size of the powder and the thickness of the

scintillator layer.

Key words: scintillator, detector, neutron radiation, light collector.

BBeaenmne. /s perucrpandu HEUTPOHOB, B T.4.
CHOUHTUWIIIIIIUOHHBIM METOJ0M, HCTIOJIb3YIOT
COCIMHEHHS, COACPXKAIlMEe JJIEMEHTHI C  BBICOKHM
ceyeHHeM 3axBaTa. «bompmas Tpoiika» 3IE€MEHTOB
TpeICTaBlIeHa  TafonuHueM  (IpUpoxHas  CMech
M30TOMOB), 6opoM (u30ToM 60p-10) u nuTHEeM (M30TOM
JUTHIA-6), nMeroinue ceuenue 3axpara 49 700, 3835 n 940
OapH jgns  HewWTpoHoB ¢ oHepruedt  0,0253 3B,
cootBeTcTBeHHO [1]. HMHOrma mTpUMEHSIOT —KaaMHid
conepkamue cuuHTHLISITOpel CAdWO4 [2], ceucHme
3axBaTta KoToporo cocrasisier 20 600 6apH I U30TONA
kanmuii-113.  Jlng  peructpanud HEUTpOHOB Oolee
BBICOKMX DHEPTHH  HCIOJB3YIOT  XJIOPCOAEpIKaIIHe
coenuueHms, Takue kak, LaClz [3]. Paccmorpes
KOMMCPUYCCKNUE CHUHTUIIATOPBI, K KOTOPBIM OTHOCATCS
*Lil:Eu [4], Gd;A1,Gaz012:Ce [5], Cs:LiYCle:Ce [6],
Gd>0,S:Tb [7], MOXXKHO OTMETHTH, YTO WX ILIOTHOCTH
JOBOJIBHO BbICOKA. BpICOKas IJIOTHOCTh BelIeCTBa
CIOCOOCTBYET ~ aKTHUBHOMY  B3aWMOJICHCTBHIO  C
(hOHOBEIMU raMMa-KBaHTaMH. KonunuectBenHo
BEPOATHOCTh B3aUMOACHUCTBUS C TaMMa-U3JIyuYeHUEM
MOXKHO BBIPa3uTh Yepe3 3(PexkTUBHBIA 3apsin  Zer,
KOTOPBIA  PacCUMTHIBAETCA 1O  opmyne Zyrr =

VXiwZ', rae ® — MaccoBas OIS OIEMEHTa C
aTOMHBIM HOMeEpoM Zj, n 4 [8]. B wusmepeHusx
HEHTPOHHBIX HM3ITYYCHUH BCSYCCKH MBITAIOTCS M30erath
BJIMSHHSL TaMMa-H3JTy4eHUs] HAa HEHTPOHHBIC CHUTHANBI,
JUISL 9eTO UCIIONB3YIOT Pa3JeliCHue CHTHAIOB 1O (opme
umnynbca. OMHAKO 3Ta MpoIeAypa NalleKo HE BCeraa
CrocoOHa J1aBaTh MPHEMIIEMYIO TOYHOCTb PE3yJIbTaTOB.
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IIpu  paguorpaduyeckux HU3MEpPeHHAX TramMma-(oH
MIPUBOJIMUT K «3aCBETKE)» MOIy4aeMOro U300pakeHusl.

B cBs3u ¢ BBIICONTMCAHHBIM, PAIIMOHAIBHBIM 1IATOM
BHUJIUTCSI WCIIOJIB30BAHME «IETKUX» MaTepUasoB, Mallo
YYBCTBUTEJIBHBIX K TaMMa-H3JIYYCHHIO, U KOTOpBIC OBl
coJiepkanu Obl B ce0s sIpa aTOMOB C BBICOKMM CEUEHHEM
3axBaTa HEUTPOHOB. MmeanpHONW KpHUCTAILNTMYECKOU
MATpULIEN Uil PEruCTPAllM HEUTPOHOB B IIHPOKOM
JlMara3oHe 3HEpPruil sBIsETCS °LiCl. OH obOBeauHSAET
aToMbl 6-Li i TIOTJIOIIEHHWS TEIUIOBBIX HEUTPOHOB,
Toraa kKak u3oTomel xyopa 35,37-Cl obecrnieunBaroT
B3aUMOJICHCTBHE C OBICTPBIMU HeHTpoHaMu. OJHAKO 3TOT
MaTepuall Ype3BbIYAliHO TUTPOCKOMUYEH M HEMPUTOJICH
JUISL JITUPOBAHMS PEIKO3EMEITbHBIMI MOHAMU, KOTOPHIE
obecrieuni OBl  MaTepHany BBICOKHH CBETOBBIXOI
cuMHTWIIAIMA. TeM He MeHee ero MpUBIIEKATeNbHOCTh
mpuBelia K pa3paboTKe  psga  OBTEKTHUCCKHUX
KPUCTAJUTMYCCKUX KOMOMHAIMM, BKJTIOUYAIONIMX XJIOPH]I
TUTHS W COSAWHEHWH, JOMYyCKAIOUINX JIETUPOBAHUE
WOHAMHU  PEAKO3EMEIbHBIX JJEMEHTOB B  CTEICHHU
okucienuss 2+ u 3+ takmx kak CeCls/LiCl/CaCl; mnun
LiCI/Li,SrCl4[9, 10]. B To e BpeMs JIETKUX COSAUHEHHHA
CO CHUHTWUIAIMOHHBIM BBIXOJIOM, CpPaBHHUMBIM C
OTHOCUTEIbHO TsmKEmbIMHU Lil:Eu vin coequHeHusIMH CO
CTPYKTYpOW  DIIBIIACOJIMTA, TIOKa HE  IOJYYCHO.
[lepcniekTUBHBIM JIETKUM JTUTHICOIEPKAITIM
COCIUHCHHEM SIBJISIOTCS JIMTHH KaJbLHEBBIM CHIIMKAT
Li,CaSiOs4, KOTOpBIH, Kak OBLIO MOJTBEPXKICHO paHee,
MMEET MEHBIIYI0 YYBCTBUTEIHHOCTh K TaMMa-KBaHTam
[0  CPaBHEGHUIO C  IIUPOKO  TPUMEHSIOIIMMCS
MOPOIIKOBBIM cIMHTIILIAITOpOM ZnS/LiF, a Takke B Tpu
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pa3a MeHbIIIee BpeMs 3aTyXaHHs IIPH [TOITHOM OTCYTCTBUH
dochopecuenunu [11]. UTo HEMaAIOBaXKHO, CYIIECTBYIOT
MOIXO/BI JUISl €TO BEIPAIIUBAHUS B BH/IC MOHOKPHCTAILIA
[12, 13].

JKCnepUMeHTAIbHAS YacTh

Jnst momydeHWsT JWTAKA KamblMEBOTO CHIJIMKATa
Li,CaSiO4:Eu?" wucrons30Baid  307b-T€lb METOMMKY.
TeTpasTOKCHCHIaH CMEUIMBAIM C PAacTBOPOM HHUTpaTa
€BPOMHUS U THAPOIH30BAIN B PACCIUTAHHOM KOJIHYECTBE
BOJBI B TPHUCYTCTBHHM a30THOH KHCJIOTBEL. 3aTreM B
MOJMYYEHHYI0 CMECh BHECIH HaBeCKH KapOOHATOB
KaJblUs W JIMTHUS, TOCIE 4Yero (GopMHpOBaiCsS Teib.
[MoyueHHBIH TeNb MOMENIAIN B CYIIMIBHBINA MIKad mpu
temneparype 100 °C u BBICYIIMBaJIM 10 MOCTOSHHOM
Macchl M pacChHITYaToro cocrosHus. Jlamee mopomiok
MPOTUPAJIH Yepe3 MOJTUAMUIHOE CHUTO C Pa3MEPOM STYEUKH
200 mxm. Tlomy4eHHBIH TakuM CHOCOOOM MPEKypcop,
OCJIEI0BATEIILHO oOpabaThIBaH B JIBYX
TEMIIEPATypHBIX PEKUMAax: 2 daca Ha BO3AyXe IPH
temnepatrype 850 °C, 3aTeM 2 yaca B BOCCTAHOBUTEJIBHOM
atMocepe cmecn aproHa u Bomopoma (5%) mpum
temmepatype 900 °C.

JAns  w3ydeHus BIUSHUS pa3Mepa 4YacTHI[ Ha
JICTEKTOPHBIE CBOWCTBAa 00pa3lOB CIUHTHUIAINOHHBIX
SKPaHOB, MOJMYYCHHBI JUTHHA KaJbIHUEBBIA CIITHKAT
paszaenuiy Ha JBe (Qpakuuu, NEPBYIO H3MeNbYald MPH
MOMOIIM CTYIKK W TECTUKA, KPYMHYI (pakiuio
OTCEMBAIH TIPOCEBOM HYepe3 CUTO C pazmepoM sraerikn 40
MKM. BTopyio wu3Menp4anim B aTTPUTOPHON MeNbHUIIC
MEJIOIIUMHU TeJlaMH M3 OKCHJA alOMUHHS JTHAMETPOM
1,25-1,5 MM B Teuenue 4,5 4. Ipu CKOPOCTH BpAIICHUS
nepeMeniuBaroriero snemenra 1200 o6/muH. [Tocne yero
C TMPUMEHEHHEM JIa3epHOr0 aHalu3aTopa pa3MepoB
gactul, Malvern Mastersizer 2000 Obuta TOTy4YeHA
WHPOPMAIHS O pacTpeeNICHUH YaCTHII 10 pa3MepaM UL
ka0 gpakuuu (Tabmuma 1).

Tabruya 1. Pacnpeoenenue vacmuy no pazmepam
OJ151 PA3HBIX MemOo008 UMeNbUeHUsl

Crnioco6 d (0,1), | d (0,5),|d(0,9),
HM3MEIIbYEHUS MKM MKM MKM
AttpuTtopHas
MeILHHIA 0,9 10,9 36,4
Crynka m nectux | 12,8 29,6 55,1

Ha aJIOMHHHUCBEIC TJIACTHHBI pasMepom

15%15x0.5 MM HaHOCHJIH CJIOH JTIOMHUHO(Opa pa3InaHON
tommuael: 50, 100, 250, 400 u 600 MmxMm. Ciiou MEHBIIICH
tommuebl (50, 100, 250MkM) TOMy4Yanud METOJIOM
neHTpudyrupoBanus (CruH-koaTuHra). s oTpaboTku
PEXMMOB HAaHECEHUS MTPOBENIU CEPUIO TPEABAPUTENBHBIX
HAHECEHUU JMUTUN KaJbIIMEBOI'O CHIIMKATa C pa3MepoM
gactury d (0,5) =30 mxm. Ilpu mnpoBeneHuu OImbITA
(UKCHPOBANIA KOJIHYECTBO OOOPOTOB TMOIJIOXKKH B
MUHYTY W TOJILIMHY HaHeceHHoro cios. Ilocne uvero, ¢
WCTIONIb30BAaHUEM  TIOJIYYCHHBIX JAHHBIX TOCTPOUIIH
IpagydpoOBOYHYIO 3aBUCHUMOCTb TOJIIUHBI CJIOS OT
000pOTOB B MUHYTY, a TaKKe BBIBEIHM YpaBHEHHUE STOU
3aBucuMocTH. C TIOMOIIBIO TPaZyHPOBKH  yIAJIOCh
paccuuTaTh 3HAYCHUS CKOPOCTH BPALICHUS MOIJIOXKKH,
HEO0OXO0AMMOM AJIs1 IOJTYYEHHUs CII0EB HY>KHOW TOJIIMHBL.
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[TapameTpbl, OMMCHIBAIOIIME IIONyYCHHBIE OOpPa3IIbL,
npejcTaBiieHsl B Tabnuie 2.
Tabnuya 2. OchosHble Xapakmepucmuku 00pazyos

Merton Tonmuna | Cxopocts | IlnoTHOCTH
M3MENBYEHHS | CIIOS, BpallleHHs, | Clos,

MEKM 006/MuH Mr/cm?
ATttputopras | 50 2000 14,6
MeJbHHUIIA 90 775 223

252 450 48,9
Crymka u |55 2000 8,4
MECTUK 109 600 28,8

244 450 38,2

Cron 6ombrreid TosmmHb! (400, 600 MKM) He yIaJI0Ch
MOJIYYUTh  METOJAOM  LEHTPU(YTUpOBaHUS  H3-3a
OTpaHUYCHHUS STOTO METOJIA JUTS TOJICTBIX CIIOEB, TOATOMY
WCTIONB30BAIM MeToJ HaHeceHus knife coating. [lns
MOJYYEHUs] CIOEB TOTOBIIIM CYCIIEH3MH M3 IIEICBBIX
nopomikoB 1 CRA-5 (cBasyromero Ha OCHOBE
MOJIMBUHUIIOBOTO ~ crupTta). Takum oOpa3oM  ObUIH
MIOJTYYIEHBI CIION HY>KHOU TOJIIWHBL

JanHple o cBeTocOOpe W IMPOCTPAHCTBEHHOM
paspereHIH 00pa31oB ObLTH Nony4deHs! B KypdyaToBckoM
KOMIUIEKCE CHHXPOTPOHHO-HEUTPOHHBIX HCCIENOBAHUMN
Ha CcTaHUuM HeWTpoHHol Bmyammzammu JPAKOH
peaktopa MP-8. Hcnonb3oBainu MOIMXPOMATUYECKHIA
MyYOK TEIIOBBIX HEWTPOHOB B AHMAIa30HE JJIMH BOJH 1€
Bpoitna  1,7-4,5A. Ilapamerpsl myuka: pasMep
75%75 mm, pimroenc 3,6x10° u/cm?. Otaenenue oT ramma-
KBaHTOB HE TMPOBOOWIN. B pesynprate mNOIXyqmin
n3o0pakenus: (puc. 1) W AaHHBIE 00 OTHOCHUTEILHOM
CBETOBBIXO/IC TOJIYYCHHBIX 00PA3IIOB.

Puc. 1. Hz00pasxcenus HelimpouHot paduoepaguu: a —
noxpormust moawunou (h) 50, 90, 250mxm, noryuenmvle
us nopowka c¢ d (0,5) = 3 mxm; b—h =55, 100,
250mxm, d (0,5) = 44 mxm; ¢ — h = 410,420 mxm, d
(0,5) = 44 mxm; d— h = 560,620 mxm, d
(0,5) = 44 mxm.
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[To HeliTpoHOTpadUIeCKUM H300PAKEHUSIM BUIHO,
YTO TIOKpBITHSA, NONydeHHble MeromoM knife coating,
001amaroT POBHOH TOBEPXHOCTHIO M PABHOMEPHBIM
pacrpeneneHneM COUHTIILIITOpa B 00pasIax, a IIeHKH,
HaHECEHHbIE CIIMH-KOATUHIOM UMEIOT HEPaBHOMEPHOCTU
U JedeKThl, MOSBUBIIUECS B IPOLECCE HAHECEHUS U
CBSI3aHHBIE C BO3ICHCTBHEM IEHTPOOCIKHBIX CHIL.

CeerocOop 00pa3noB oueHHBaNUM 00paboTKOW 8-
OWTHBIX W300paxkeHWiH B nporpamme Imagel mnyTém
CyMMHUPOBAaHHUS ~ OTTEHKOB  CEpPOTr0  OJAWHAKOBOTO
KOJINYECTBa THKCEeNeH W300pakeHWs Ha IUIOMAIN HE
MeHee 10x10 mM. [lns OLIEHKH TNPOCTPAHCTBEHHOTO
pa3pemeHus UCIOIb30BAIN TOT e IPOTPaMMHBIN ITaKeT,
B KOTOPOM OOCUWTHIBAIM H300pakeHHs 0OpasIoB,
CHATBIX C HAJIOKEHHON MHUpPOH W3 KaaMHUEBOU ()OJIBTH.
Hmst sTOoro cTpomnu OTpe3ok, quuHOW HEe MmeHee 100
MUKCeNed MePIeHINKYIBIPHO KPalo H300pasKeHUsT MUPHI
TakuM 00pa30M, UTOObI CepeHa OTPE3Ka HaXOIUIach B
007acTH TpaHHULBI KOHTpacTa H300paXEHUS MEXIy
MUPOH ¥ CHHHTHIUIATOpOM. Jlanee cTponim 3aBUCHUMOCTD
3HA4YEHUsI OTTEHKA CEpOTo 1{BETAa OT KOOPAUHATHI ITUKCEIs
U HaXOJWJIY MIPOU3BOIHYIO IEPBOTo MOpPsIIKa I Habopa
3HAYeHUH OTTEHKOB CEeporo IBeTa. MeTomoM IomcKa
JOKaJIBHOTO MaKCUMyMa, OTIpeAeIsUTH OCHOBHOU K. [1o
mapamMeTpaM IOJYYMBLIETOCS IIMKAa PacCUUTHIBAIU
MIPOCTPAHCTBEHHOE Pa3pelIeHne, KOTOPOE COOTBETCTBYET
MIMPUHE TMHKa Ha MOJOBHMHE €ro BBICOTHL. [loxydamn
3Ha4YeHHUE MPOCTPAHCTBEHHOTO Pa3pelICHUs B MUKCEIX,
KOTOPO€ BEIPAKAIH B MUKPOMETpaxX IMyTEM yMHOKEHHS
MOJYYEHHOTO 3HAYEHUS Ha COOCTBCHHOE pa3pellcHHe
CHUCTEMBI, KOTOPO€ COCTaBIAe€T 65 MKM/IHUKCETb.
IIpocTpaHCTBEHHOE pa3pelIeHne OLEHUBAIN TOJIBKO IS
00pa3loB ¢ BBHICOKUMH 3HAYEHUSMU OTHOCHTEILHOTO
CBETOBOI'O  BBIXOJA. JanHsle o cBerocOope W
MIPOCTPAHCTBEHHOM paspereHnu 00pas1os
npencTabiieHsl B Taonure 3.

Tabauya 3. Ceoticmea 0b6paszyos
CYUHMUIAYUOHHBIX 9KpaHo6 Ha ocHose Li>CaSiOq4 Ev’*

Pasmep | Tonumna | CBeroBoii [Ipocrpanct-
yactun | cinost  h, | BBIXOJ BEHHOE
d (0,5), | Mmxm OTHOCHTEIILHO | pa3pelleHue,
MKM LiF/ZnS, % MKM
50 0,5
3 90 2
250 5
55 2
100 8
250 18
44 410 21 382
420 21 485
560 25 442
620 25 340
[lo mnomyyeHHBIM MJAHHBIM BUAHO, 4YTO TIPH

YBEIMYCHUH pa3Mepa YacTUI[ M TOJIIIWHBI  CIIOSI
JICTEKTOPHBIN JJEMEHT B BHUJE CIUHTUJUISIIMOHHOTO
9KpaHa uMeeT OOJBIIMHA CBETOCOOp, UYTO JIGKUT B
COrJaCHH C M3BECTHBIMHM (DU3UYECCKUMH TPHHIUATIAMH.
Crnenyer OTMETHTb, YTO B T€OMETPHUH «Ha MPOCBETH
YIAIO0Ch BRIATH Ha IJIATO CBeToOTAaud B 25% OoT cmecu
cynb(uaa NUHKA cO (TOPHIOM JIUTHS — OIHOTO W3
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CaMbIX BOCTPEOOBAaHHBIX Ha TAaHHBI MOMEHT MaTCPHAIOB
JUISL PETUCTpALlMM HEUTPOHHOro u3nydeHus. [Ipu atom,
COIVIACHO  JIMTEpaTypHBIM  JaHHBIM, JajbHelliee
YBEIMYEHHE TOJILMHBL €108 NpUBEAET K MaJCHHUIO
CBETOOTAAYM (CIIOM JTOCTUTHET TaKOW TONIIUHBI, YTO OH

mepecTaHer  OBITh  MPO3pavyHbIM  Jius  (OTOHOB
CIUHTHIUTALINN ). Cpemn  cmoco0oB [TOBBIILIEHUS
cBeTocOopa MEePCIIEKTUBHBIM BBITJISIIUT
MOTU(HUIUPOBAHUE JIUTHHA  KaJbIIUEBOTO  CHIIUKATa
nobaBKaMu, YBEITMUYUBAIOIIAMHU SIPKOCTD
JIFOMUHECLICHITHH.

3akioueHune

B mHacrosmedi paGoTe u3ydayd 3aBUCHMOCTH

cBeTocOOpa CIMHTIJUIATOPA CHJIMKATA JIMTHS-KaJIbIHS
Li;CaSiO4:Eu?" mnoi HEWTPOHHBIM —W3JIy4EeHHEM OT
pa3Mepa YacTHIl ¥ TOJIIIUHBI cJIosl. [IOKpBITHS ¢ OoJIbIICH
TOJIIIMHOM CJI0s 00JIAaf0T HAMIYYIIHM CBETOCOOPOM,
4ro  mo3BoisieT  J((EeKTUBHEE  PErHCTPUPOBATH
HEWTpOHHBIE COOBITHA. TarKe AJs MONMYyYeHUs] BEICOKUX
mokaszareneii  ceerocOopa  TMOAXOIST  IOPOIIKH,
oOnazgaroiye OOJIBIINME 3HAYEHISIMU PAa3MEPOB YaCTHII.
Kpowme toro, ciou, noydenHsie MetooM knife coating,
obOnamaroT HamOoJiee paBHOMEPHON CTPYKTYpoH, B
OTIMYKe  OT  IUIGHOK, HAHECCHHBIX  METOIOM
UeHTpUYTUPOBaHUS (CITMH-KOATHHIOM).

Paboma nposeoena 6 pamkax gvinonnenus
eocyoapcmeennoeo 3adanua HUL] « Kypuamoegckuil
UHCMUMYm ».
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Study of the real structure of GUHP crystal
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This work presents studies of the real structure of a GUHP crystal grown from solution using a rotating platform. The
results were obtained by the Lang projection X-ray topography method.
Key words: crystal growth, real crystal structure, hydrophosphiteguanylurea, GUHP.

BBenenue. Hemunelinas ontuka (HJ10), nzydaronias
B3aMMOJICWCTBUE HMHTEHCHUBHOTO CBETOBOTO TMONA C
BEIIECTBOM, SIBISICTCS OONAcCTbi0 (PU3MKU € OONBIIMM
KOJITYECTBOM (byHIaMEHTAITEHBIX HAY9IHBIX u
TeXHOIIOTHUeCKnX  mpuioxeHudt  [1-3].  Becsma
MePCIEeKTUBHBIMH rpynmaMu KPUCTAJUIMIECKIX
coequaeHnit it HIIO SIBISITOTCST CONMM OpTaHUYECKUX
OCHOBAaHHI ¥ HEOPTaHWYECKUX KHUCIOT, CTPYKTYPHI
KOTOPBIX XapaKTEePU3YIOTCS Ppa3BETBICHHBIMH
BOZOPOAHBIME CBsi3siMu [4]. HOBBIN mepcrieKTUBHBIN
HJIO KpHUCTaJUI THIPOPOCHUTTYaHHIIMOUSBHUHEI
(NH2).CNHCO(NH2)H>,PO3; (GUHP), npunaanexaniuii
K IIPOCTpaHCTBEHHOU Tpymmne Cc, MOKET OBITh YCIIEIIHO
HCMOJBb30BaH [JIi TEHEpalMl BTOPOM H TPETheH
ontuueckux rapmoHuk MK nazepHoro wusnmydeHus, a
Takke npeodpazoBaHus (EMTOCEKYHTHOTO M3IIyUYCHUS B
TepareproBbsld AManazoH 4actoT [5-7]. Jnsd mogo0HBIX
NPUJIOKEHUN KpalHe Ba)KHA CTEIEHb CTPYKTYPHOTO
COBEpILEHCTBA HCIIOJIB3YEMBIX KpHUCTaUIOB. B Hameit
npenpaymei pabore [8] MBI IPOBETH OICHKY BIUSHHS
pH KpucTanaM3alMOHHOIO pPAacTBOpa Ha peabHYIO
CTPYKTYpy  BblpamieHHbIXx  Kpucrauwios — GUHP.
Okazanoch, YTO KPUCTAJLIbI, BEIPAIICHHBIC U3 PACTBOPOB
¢ pH 1,3 u 1,6, MeHee HanpsHDKEHHBIE, HA PEHTTEHOBCKUX
TOTIOTpaMMax pPa3IMYMMbl OTACIbHBbIC AMCIOKAINU. Y
KpUCTAJUIOB, BBIPAIIEHHBIX TpU Oojee BBICOKMX pH,
HAOJI0JATMCh TOJIBKO HampsbkeHHbIe obnactu (Puc.1).
[ToaTomy oOcCHOBHOHW 3amaueii maHHOW pPabOTHI OBLIO
VIIyYIIEHHE CTPYKTYPHOTO COBEPIICHCTBA IMOJy9aeMBIX
KpHUCTAJLIOB.

OmauM w3 crmoco0OB  yOPaBIATH — MPOIECCOM
BBIPAIIMBAHUS KPUCTAJUIOB, SIBISIETCS BO3MOXKHOCTD
peaM3aluy pa3InYHbIX THAPOJUHAMUYECKUX PEKUMOB
pocrta myTeM H3MEHEHUs CHOCcOOOB IMepeMelInBaHus
pactBopa B Kpuctammmsarope. Hambomee wacto mis
MEPEMEIINBAHUS  PacTBOpa HCHOJIB3YETCS JIOMACTHAs
Memanka. B sToM cinyyae 3aTpaBOUYHBIA KpPUCTAIUI

KpPEeuTCS Ha HENOABIKHYIO IUIaTPOpMy, KOTOpas
YCTaHaBIMBAETCSA HA JTHO KPUCTAIU3aTOpa, a MellajKa-
JIOTIaCTh HAaXOAMTCS HaJ KpuctayyioM. B manHoil pabote
POCT TPOBOAWIN C WCIONB30BAHAEM BpaIaIoIIeics
WIaTPOPMBI, YTO TMO3BOLLIIO CO30aBAaTh BBICOKYIO
CKOpPOCTh JBHDKCHHS PAacTBOpa y TIpaHed pacTymiero
KpUCTaIUTa ¥  OpUOMIDKAaIo  peXUM  pocTa K
KAHETHYEeCKOMYy. B KadecTBe 3aTpaBOK HCIIOIH30BAIN
monokpuctamiasl GUHP ¢ Bepxneit rpansto (010), pH
pacTBopa cocTaBlisil 2,6, HadallbHOE TEPECHIIECHUE
6~0,3%, a CKOPOCTP BpaIIeHHs IIaTGOPMEI - 60 00./MHUH.
B pesynpTare OBUIO OTMEYEHO, YTO KPUCTAILIHI,
BBIpAlICHHBIE TaKUM CIIOCOOOM, 00JaJald MEHBIINM
KOJIMYECTBOM BUIUMBIX nedekToB (Puc. 2).

pH 1.6

Puc. 1. [lpoexyuonnvie penmeeno8cKue monozpammol
(010)-cpezos kpucmannoe GUHP, svipaujennvix npu
pasnvix 3uavenusx pH pacmeopa. /[ — oucroxayuu, BP —
BKTIOYEHUsS pACmEopa.
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Puc. 2 Monokpucmann GUHP, evipawennulii
UCRONb306AHUEM 8PAWYAIOWENCS NAAMPOPMBI-MEUATIKL.

UccnenoBanne peanpHON cTpykTyphl (100)-cpesa
TaKoro KpHCTaIIa METOZIOM MIPOCKIIMOHHON
PEHTIeHOBCKOH Tomorpaduu 1o JlaHry mokasano, 4Tto B
HEM OTCYTCTBYIOT HampspkeHHbIe o0iactu (Puc. 3). [pu
AHHOM HAmNpaBJICHUU BeKTOpa AUGPAKIUU BUIHBI
rpaHunbsl  cektopoB pocra {111}, {010} wu {100}.
Hammune w3nomoB Ha cektopanbHbIXx rpanmmax (CI)
yKa3blBa€T  HA  NPOUCXOMAIINE  W3MCHEHUS B
COOTHOILEHHUAX CKOPOCTEH pocTa TUX CEKTOPOB.

(0o1)

(010)

Puc. 3 Penmeenosckas monoepamma (100)-cpesa
kpucmania GUHP, g[022]: CI" — cexkmopuanvHas
epanuya, I — oucrokayuonnwlii nyyok, BP —
sxmouenuss pacmeopa, BCI' — suyunanvho -
CEKMOPUATbHAS 2DAHUYA, NYHKMUPOM 0003HAUEHbI
2panuybl 3ampasKu.

B cextope pocra {010} BepTHKanbHBIC pa3pbIBHBIC
JUHAA COOTBETCTBYIOT BHIIMHAIBHO-CEKTOPHUAIEHBIM
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rpanuiiaMm  (BCI), 9TO TOBOpUT O CyYIIECTBOBAaHHUH
HECKOJIBKHX KOHKYPUPYIOILIHNX MEXIY coboit
JIUCTIOKAITMOHHBIX XOJIMOB. Takas KOHKYpPEHIIUS MOKET
CBUJICTETILCTBOBATEH O HECTAOMIBFHOCTH TIEPECHIIICHNUS HA
¢ponre kpucrtaumsaiuu. CMeHa ITUCIOKAITMOHHBIX
XO0JIMOB  BbI3bIBaCT 00pa3oBaHHE  MAaKpOCTYIEHEH,
KOTOpbIE MOTYT 3aXBaTBHIBATh KPHUCTAJUIN3AIIMOHHBIN
pactBop (BP1l), uTo BHOCHEACTBMM NPUBOIUT K
00pa30BaHMIO JTUCITOKALIUH.

B obmactu perenepanuu 3aTpaBOYHOTO KpHCTaUIa
HaOMIOAOTCST MHOXKECTBCHHBIC BKJIIOUCHHS PacTBOpa
(BP2) u BBIXOZAIMIMX M3 HUX JUCIOKAI[MOHHBIE ITyYKU
(AI1). DT0 MOXKET CBUACTENHCTBOBATH O HAIUYHH
MaKpOCTyIIeHeH B Tporecce OBICTpOH pereHeparu
3aTPaBOYHOI'0 KpUCTaLIA.

Paboma nposedena ¢ pamrax vinoiHeHs
eocyoapcmeennoeo sadanua HUL] « Kypuamoegckuil
UHCIUMYMY.
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BripamuBanue U3 pacTBOPOB KPUCTAJIOB TOJIAHA
Kynumos Aprem AHIpeeBUY - KaHAUAAT (PU3UKO-MAaTEMaTUYECKUX HAYK, HAyUHbII COTPYIHUK;
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Buipawenvl kpynuvie MoHOKpUCMANIbl MONAHA ONMUYECKO20 KAYeCcmea u3 pacmeopa OYmawona, Komopwvle Mo2ym
ObIMb UCTIONBLIOBAHDL 0151 U320TNOGNEHUS CYUHMUNTAYUOHHBIX 0emeKmopos. M3 ebipayeHH020 KpUcmaiid uzzomosieH
ONMUYECKULL INEMEHM U UCCIEO08AHO €20 ONMUYEeCKOe NPONycKanue 8 ouanazone oaun 6oan 200—800 nm.

Knrouesvie cnosa:
CYUHMULTISTINOD L.

moJaad, pocm Kpucmainoe,

Growth of tolane crystals from solutions

pacmeopei,

opearudecKkue MOHOKpUucmaiisl, oOpcanHudecKue

Kulishov A.A.!, Lyasnikova M.S.!, Afinogentova A.V.2, Postnikov V.A.!
ICrystallography and Photonics Complex of the Kurchatov Institute Research Center of the Russian Academy of

Sciences, Moscow, Russia;

“National University of Science and Technology MISIS, Moscow, Russia
Large optical quality single crystals of tolane were grown from butanol solution, which can be used to make scintillation
detectors. An optical element was made from the grown crystal, and its optical transmission in the wavelength range of

200-800 nm was studied.

Key words: tolane, crystal growth, solutions, organic single crystals, organic scintillators.

Beenenue. OO6Hapy>keHne u aHaJu3
HOHU3UPYIOMIETO M3ITyUCHUS UTPAET PEMIAIONIYIO POIb B
(¢u3MKe BBICOKMX OSHEPrUif, aTOMHOH JHEpPreTHKe,
OMOMEIMIIMHCKUX HCCIEN0BaHUAX U Ap. Opranudeckue
moMuHO(OpE!  Onaromaps BBICOKOH — KOHIIGHTpPAIUH
aTOMOB BOAOPOJA MPEACTABILIIOT OCOOBI MHTEpEC IS
JIETeKTUPOBAHUS BBHICOKOIHEPTETUIECKUX HEHTPOHOB, a
Takke o- ¥ B- yactun [1-3]. HapaBHe ¢ aHTpalieHOM,
napa-tTepEeHWIOM W TPaHC-CTHJIBOCHOM  TOJaH
(mndeHnmaneTnieH)  SABISETCA — NPHUBICKATEIHHBIM
MaTepuanoM sl pa3pabdOTKH  BBICOKOI(PEKTHBHBIX
CUMHTWJUIIIHOHHBIX AeTekTopoB [3]. Kpucrammmaeckue
CHUHTHIUIATOPH! OOBIYHO IPUMEHSIOT B BUIE CHICIUAIEHO
BBIPAIICHHBIX MOHOKPUCTAUIOB. IIpenmymiectBo ux
nepes KUAKAMH M TUIACTUKOBBIMH CHUHTHIDIITOPAMHU
3aKiIIo4aeTcs B 00Jiee BBICOKMX 3HAYEHHMSIX CBETOBBIXOZA
U paavandoHHOW ycroiunBocTd. OJHAKO METOJbI
BBIpAIMBAHNS 00BEMHBIX MOHOKPHCTAJUIOB TOJaHA €IIé
c1abo pa3BUTEHI.

Henpio Hactosmeill paboTel sBiseTCS pa3zpadoTka
METOAa  BBIpAIlMBAHMS W3  pacTBopa  KPYIHBIX
MOHOKPHUCTAIJIOB TOJAaHA ONTHYECKOrO KadecTBa JUIs
HOCIEAYIOIEr0 UCHOIb30BaHUs UX B KAUECTBE 3JIEMEHTA
CHMHTIUIALMOHHOTO IETEKTOPA.

JKCIepUMEHTAIbHASI YACTh U Pe3yJIbTaThI

B pocToBBIX 3KCHEPUMEHTAX UCIONB30BAJCS TONAH
Mapku OCY. B kauecTBe pacTBOpUTENIEH HCIIOJIB30BAIN

MeTaHon W OyTtwioBsld crmupt. [lpeaBapurensHO
pacTBOPUTENH OBLT OYUIIEHBI C MMOMOIIBIO MEPETOHKH B
pPOTOpPHOM  HcHapuTese. PacTBopuMocTh — ToJjiaHa

WCCTIEZIOBATIM  METOJIOM OMPEJEICHHUS JOIH CYXOro
OoCajJika TpU BBIMAPUBAHWM HACBIIIEHHOTO pPacTBOpa.
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BrlpammBaHue KpUCTAUIOB W3 HHU3KOTEMIEPATYPHBIX
pacTBOpoB MIPOBOMIIN METOJIOM CHIDKEHUS
TEMIepaTypsl B KpucTauzatope obbemom 0.3 1,
000pyI0BaHHOM CUCTEMOI aBTOMAaTHYECKOTO U3MEHEHHUS
TEMIEpaTypbl (TOYHOCTh €€ MOJCPKaHUS COCTaBIsIa
+0.02°C) m cuctemMod TepeMENIMBaHUS PaCTBOpa C
BO3MOXXHOCTBIO  IJIaBHOW  PETYIUPOBKHM  CKOPOCTH
BpamieHust [4].  [lis POCTOBBIX — SKCHEPUMEHTOB
3aTpaBOYHBIE KPUCTAJUIBI MOJIyYald U3 NEPECHILEHHBIX
pacTBOpPOB TOJIaHA B METaHOJ€ IpU KOMHATHOM
TEeMIepaType MmyTeM CIIOHTAaHHON KPUCTAJUTH3AIIHH.

Hns BBIpAIIMBAHUS MOHOKPHCTAJIJIOB B
KpPHCTAIUIM3aTOpPEe  pacTBOp ToJdaHAa B  OyraHoie
BBICP)KUBAJICA TIpU Temmeparype HachleHUS (Tuac) B
TEUEHHE  HECKOJIbKMX  JHEH M[pu  IOCTOSHHOM
NEepeMEeIIMBaHUN ISl JOCTHXKEHHS  PaBHOBECHOIO
cocTosiHMs. 3areM pacTBop mneperpeBasii Ha 10-15°C
BBIIIIE TEMIIEPATYPhl HACHIMIEHUS M (UILTPOBAIN Yepes3
¢uneTp LotTa. [TomydeHHBI TakuM 00pa3oM pacTBOp
3aJMBAJICS B MPOTPETHI KPHCTAUIM3AaTOP C 3apaHee
MOMEIIEHHOM Tyda IUaTopMoil ¢  3aTPaBOYHBIM
KPHUCTAJUIOM, TIOCJI€ YEero OCYIIECTBIISIOCh OXJIAXKICHHE
pactBopa 1o Temnepatypbl T < Tyac. [lepen qoctrmxennem
PaBHOBECHOW TeMIIepaTypbl pacTBOpa HaOIomaeTCs
MpOLECC  YaCTUYHOI'O  PACTBOPEHHSA  IOBEPXHOCTH
3aTPaBOYHOIO KpUCTAIUIA. YIIpaBieHHE TeMIIepaTypHbIM
PEXUMOM OCYIIECTBIISLIIOCH npu TTOMOIIIH
tepMokoHTpoiiepa no ITM/I-3akony. [lo 3aBepmeHun
pocTOBOrO Mpoliecca niaargopma ¢ Kpuctauiom (puc. 1a)
U3BJIEKAETCSl W3 KPUCTAUIM3ALMOHHOIO CTakaHa W
BBIPAIICHHBII MOHOKPHCTAJUI OT Hee oThensieTcs (puc.

16).
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Puc. 1. Monokpucmann moaana 6 npoyecce pocma
(a) u uzeneyennwvlll u3 Kpucmanuzamopa ().

nponycxanme %

L L L s L
400 500 600 700 800
ANMHHE BONHBI KM

L L
200 300

Puc. 2. Onmuyeckuii s1emenm Ha ocHoge
MOHOKPUCTNALIA MOAAHA (@) U €20 CNeKMpP NPONYCKAHUSL

().
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W3 nonydyeHHOr0o MOHOKpHCTaia TojaHa (puc. 10)
JUIL  WCCIEAOBAHMSA ONTHYECKOTO MPOITYCKAHUS OBLI
BBIpE3aH ONTUYECKUN IEMEHT pa3MepoM 6 MM X 6 MM X
5 MM (puc. 2a). CieKTpbl TOTJIONICHHS MOHOKPUCTAIIIA

U3MEPSLTH Ha ABTOMATUIECKOM JIBYJTy4EBOM
cnekrpoporomerpe Cary 300 UV-Vis. Ha puc. 20
OpENCTaBiIeH  CHEKTP  MPOIMYCKAHWS  ONTHYECKOTO

sneMmeHTa. Kak BuaHo, B Y® obmactu mo 350 mM
MOHOKPHUCTAII TOJIAaHA HEIIPO3PAYHEIiA, a B UHTEPBAJIE OT
400 mo 800 HM ero mpoIlryCcKaHue Bo3pactaer oT 45 mo
60%.

3akiaouenue

B pesynbrate mpoOBEOEHHBIX SKCHEPHMEHTOB OBLTH
oTpeaeTIeHbBI 3¢ (heKTUBHBIC OpraHUYECKHe
pacTBOpHUTEINH, U3yucHa pacTBOPUMOCTH B
UCIIOJIB3YEMBIX PACTBOPUTENSIX WM IOJO0OpaHBI YCIOBHUS
pocTa, TIO3BOJISTIOIINE MOJy9aTh KpYITHEIE
MOHOKPHUCTaJIBI TOJIaHa U3 PACTBOPOB. M3rOTOBJICHHBIH
U3 BBIPAIICHHOTO MOHOKPHUCTAJIA ONTHYECKUN DIIEMEHT
c pasmepamu 6 MM X6 MM X5 MM XapakTepHU3yeTcs
BBICOKHM ONTHYECKUM MPOIYCKAaHHEM B BHIAUMOM

nuanasoHe. [ abapuTHble pa3Mepel W KadecTBO
OIITHYECKOr0 dJIEMEHTa IO3BOJSIOT B JalbHeinem
UCIIOJIB30BATh ero IU1s HCCIIeIOBaHHS

CUMHTUJUIALIMOHHBIX CBOMCTB C MEJbI0 pa3pabOTKu
JIETEKTOPa NOHU3UPYIOIIETO N3ITyICHHUS.

Paboma npogeedena 6 pamkax  6vInoOAHEHUA
eocyoapcmeennoeo  3aoanus  HUI]  «Kypuamosckuii
UHCTUMY M »
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B pabome paccmompena npobrema cyuecmeo8anusi ROIUMOPPHbIX MOOupuKayuii 8 KPUCMAIIULECKOM Meiypuoe
Kaomus. Memodom penmeenocpaghuu ucciedo8anvl CMpyKmypHvle U3MEHeHUs 8 HeCcmexuoMempuyeckux oopasyax
mennypuoa kaomus. Iloxkasano, umo Hecmexuomempus cocmasa CdTe cyuecmaenno gausem Ha 0edekmoobpazosarue
6 Kpucmauiax, 6 moM uucie Ha o00pazoeamue npeyunumamos meniypa. Bvicokas pacmeopumocms
CBEPXCMEeXUOMEMPULECKO20 MeTyPa CHOCOOCMEYem CUTbHOMY UCKAJICEHUIO KPUCMATIUYECKOU peulemKu, 4mo
ompasicaemcest Ha unmencusnocmu pegpaexca (200).

Kniouesvie cnosa: mennypuo kaomus, nonumopgusm, Hecmexuomempus,

Study of polymorphism of cadmium telluride

Lavrik A.D.!, Zykova M.P.!, Kim K.G.!, Khanh Tran Cong?, Avetisov I.Ch.!

'D. Mendeleev University of Chemical Technology of Russia, Moscow, Russian Federation

?Ho Chi Minh University of Science, Ho Chi Minh, Vietnam

The problem of existence of polymorphic modifications in crystalline cadmium telluride is considered in the work.
Structural changes in non-stoichiometric samples of cadmium telluride were studied by X-ray diffraction methods. It is
shown that nonstoichiometry of the composition significantly affects defect formation in crystals including the formation
of tellurium precipitates. High solubility of nonstoichiometric tellurium contributes to strong distortion of the crystal

lattice, which is reflected in the intensity of the reflection (200).
Key words: cadmium telluride, polymorphism, nonstoichiometry

Beenenue. IIpobnema CYILLIECTBOBAHUS
MOJIMMOP(GHOTo Iepexoja B KpUCTALIaX TeJUTypUAa
kammus (CdTe) 10 cux mop akTHBHO 00CYKIASTCS B BULY

CYIIECTBYIOIIHNX CIIOKHOCTEN BBIPAII[BAHUS
MOHOKPHCTAJIJIOB c BBICOKUM CTPYKTYPHBIM
COBEPLICHCTBOM.  Hampumep, TmpH  BBIpaIllUBaHHN
MetojoM bpumkmena B moHokpuctamuiax CdTe wacto
HAOJIIOMAIOTCS  MHUKPOIPEIUITUTATEL  TeJUlypa  WIN

KagMmus, oOpa3oBaHWE KOTOPHIX CHJIBHO 3aBHCHT OT
ycmoBus pocrta [1]. Ilpu aTom, poct kpuctamto CdTe u3
MapoBOii (a3l TIIe MPOIECC BHIPALTUBAHUS MPOUCXOAUT
pu Temneparypax menee 1300 K, Muxkpomnpenumnurars
MPAKTUYECKU HE HAOMI0JAI0TCs UJIM BOBCE OTCYTCTBYIOT.
CymecTBYIOT MPEaNoIoKeHHs, 4TO JaHHas IpobieMa
CBA3aHa C  HAJUYHEM  BBICOKOTEMIIEPATYpPHOTO
MOTMMOP(GHOTO Tepexoa, Ha KOTOPBIH HEOTHOKPATHO
yKa3blBalOT psa  aBTopoB  [2, 3] CornacHo
JTUTEPaTYpPHBIM  JIaHHBIM, CylIecTBOBaHHMe (a3 co
CTPYKTYpaMH BIOPIHTA U chalepuTa MOATBEPIKICHO [UIS
BCEX XaJIbKOT€HUJIOB KaaMus U nuHKa [4]. IIpu aToM Bo
BCceX clilydasx (a3oi, CYyMIECTBYIOUIEH TPHU BBICOKUX
TeMIepaTypax, SBIISIETCS CTPYKTypa BIOpLUTa, a MpH
HU3KHX CTPyKTypa cdanepura. Kak wuzBectHO [5]
CTPYKTYphl chaneputa (a = 6,480 A) u Bropuura (a =
4,571 A, ¢ = 7,501 A) nemoHCTpUpYIOT ompejieeHHOe
CXOJCTBO B CHMMETPHUH, METPUKE HX PELIETOK H
MOJIO)KEHUH aTOMOB. ABTOpamMu paboThl [2] ynanoch,
mpoBecTH  uccienoBaHue  aupdy3un  UHIUS B
MOHOKpHUCTaJNIaX TeJLTypa KaaMusl, KOTOpbIE MO3BOJIMIH
BBISIBUTH [IB€ BBICOKOTEMIIEPATYPHBIE IOIUMOPQHEIC
moaudpukanuu CdTe. B 3aBucuMOCTH OT HapiUaibHOTO
JaBJICHUS] TEMIIepaTypbl MOJUMOP(HBIX IEPEX0JI0B,
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OTIMCaHHBIX B pabote, BapbupoBanack oT 1210 go 1250 K
Jutst iepsoro 1 oT 1270 mo 1290 K anst BToporo nepexosa
(Puc.1).

TK
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Puc. 1. Bosmooicnuiii 6uo ¢ppaemenma T-x npoexyuu
ouazpammol cucmemol Cd-Te npu nanuuuu
ROAUMOPDHBIX nepex00os [2].

HeCMOTpH Ha CTOJIb IJIHUTCIBHBIC HCCICOOBAHHUA
nonmumopdHoro mnepexoma CdTe, mo cux mop He
CYIIECTBYET HPSMOTO MOATBEPXKACHUS CYIICCTBOBAHHUS
nepexosa «chaaepuT-BIOPIHT.

IKcnepuMeHTAIbLHAS YACTh

B xonme uccnemoBaHwid ObLIM CHHTE3UPOBAHBI JBa
HECTEXUOMETPUUICCKUX IIpfrapara C 1/136LITKOM KaaMus
CdTe(Cd) u Temurypa CdTe(Te), cootBeTcTBeHHO. CHHTE3
MMpOBOAWJIM B KBapUEBBIX aMIlyJjiaxX, MMPCABAPUTCIILHO
rpaduTH3upoBaHHbIX, mpu 1263 K ¢ mocnemyromnien
3aKalKOW B  JeASHOW  Bome  Jui1  (puKcarmu
BBICOKOTEMITIEPATYPHOTO paBHOBECHS. TeIUTyprI KaaMus,
JJIEMEHTAPHBIM KaAMHM H TEJUTyp 3arpyXajluch B
KBapIIEBbIC aMITYJIBI IOAOOHO CXeMe, PEICTABICHHOM Ha
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puc. 2. 3areM aMIlylbl BaKyyMHpPOBAJIH /O IaBICHUS
0CTaTOYHBIX Ta308B 4,510 I1a, repMeTHYHO 3aIauBalId 1
3arpy’kaj B BEPTUKAIBHYIO IeYb A1 oTxura. [1pu aTom
MOJICPKUBAJICA  3aJaHHBIH TpamueHTa TeMIepaTyphl
(To>T>T2), rne Ha HOCHKe ammyisl TemmepaTtypa To
6bu1a Ha (5-7 °C) rpasycoB BBbIIIE, YEM HAa CTAKaHUUKE C
mpenapatoM Ti, YTO TO3BOJSUIO HE JIOMyCTHUTH
nepecybnumanuio CdTe B BEepXHIOIO 4aCcTh aMITyJIbL.

O\

A=

To

CdTe

To>Ti>Tz

CdTet+Te

CdTe+Cd

Hecrexuomerpireckiii npenapar HamneueHHbii KOMOHEHT

Puc. 2. Cxema xongueypayuu amnyn u epaduenm
memMnepamyp 8 YCio8usix MOHO8APUAHMHO20 PAGHOBECUs
ScareL(caireyV (88epxy), cxema amnynvt 01 memooa
«U3BTEYEHUSLY (8HU3Y).

N3Bneuenue M30BITOYHBIX KOMIIOHCHTOB us3
IIOJTYYCHHBIX HECTCXHOMETPUUICCKUX npernapaToB
IIPOBOJUIIN CcorjiaCHO METOOUKE «U3BJICUYCHUA

M30BITOYHOTO KOMITOHEHTA M3 HECTEXHOMETPHUIECKUX
npenapatroB CdTe panee paspaboranHOi Ha Kadempe
XUMUN B TexHonoruu kpuctawioB PXTY um. . W.
Meunneneesna. [Tonyuennsie nociie HACBIIIEHUS
npernaparel  CdTe(Cd) u CdTe(Te) 3arpyxamu c¢
TIOMOIIBIO KBApICBOH BOPOHKU B aMITyJIbl, KOTOpBIC
3aTeM BaKyymupoBamu 10 gasienus 4,5-10° Ila u
otnavBagn. OTXKHIH TMPOUCXOAWIN B TOPH3OHTAIBHOU
meud, JUIs Tperapata ¢ K30BITKOM KaaMus —MpU
temriepatype 723 K B reuenue 10 gacos, a 1y1st mpemapara
¢ U30BITKOM TeJuTypa 1pu Temreparype 820 K B TeueHue
5 gacoB. [locrme mpoBeeHNsT W3BJICUCHUST U30BITOYHOIO
KOMIIOHEHTa, aMIIyJbl, BCKPBIBAIH W COACPKUMOE
Hocuka cMmbBamu ropsaeit HNOs (99,9999 wmac. %),
MOCJIEe TPOBOJIUIN KOJUYECTBEHHBIH aHAIH3 METOJIOM
Macc-CIEeKTPOMETPHUH C MHIIYKTUBHO CBSI3aHHOM T1a3MOM
(MC-UCII) ¢ ucnonp3oanuem Nexlon 2000G (Perkin
Elmer Inc, CIIA). MakcumanbHas pacTBOPHUMOCTb
KaJMUsS B YCJIOBUSIX MOHOBAapHAHTHOI'O PABHOBECHS IMPHU
temneparype 1263 K cocrapmna (5,6 £+ 0,2)-10-3 mons
136.Cd /monb CdTe, a jist Temuypa (1,2 +0,1)-102 moinb
n36.Te /mons CdTe.

HccnenoBanune (a3oBOro cocraBa MPOBOAWIH IPU
MOMOIIM peHTreHoBckoro mnpuodopa TG-3700 (Tonga,
Kurait). Bo Bcex mnpenapatax Oblia 3aduKCHpOBaHa
KyOndeckas CTpPYKTYypa, mapameTphl KOTOpOM
BapbUPOBANCH B 33aBHCHMOCTH OT YCIOBHHA HX
nonyuenus. s CdTe ¢ n3dpitkom Te mociie HachIeHHs
3a(pUKCUPOBAHO NCKAKEHHE KPUCTAIUINICCKON PEIICTKH,
0COOCHHO CHIILHO YBEIHYEHa HHTEHCUBHOCTH (200), uTo
MOXKCT CBUACTCIILCTBOBATH O HAJIMINU TEKCTYPUPOBaHUAA,
a Takke 00 OoOpa30BaHMM BaKaHCUIl B IOJApELIETKE
KaIMUs W YBEJIMUYCHUH IapaMeTpa KPHCTAIUINIECKOM
pemerku g0 6,499(1) A wu3-3a pasmepnoro s¢dekra
atoma Te. Ilogo6HOE NOKaNBHBIC MCKAKEHHS PELICTKH
CBUJICTETILCTBYIOT O BBICOKOH PacTBOPUMOCTH TEILIYpa,
YTO TMOATBEPIKAACTCS pe3yIbTaTaMU «H3BICUCHIS». J{iis
IpenapaToB nocne U3BJICYCHUS napamerp
KPUCTAJUTMYECKOU PEIIEeTKH OKa3alcs OJWHAKOBBIA B
npeaenax MOTPeITHOCTH M ObIT paBeH 6,481(1) A mna
CdTe(Te)uss 1 6,480(9) A s CdTe(Cd)uss.
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Puc. 3. luppaxmoepammor npenapamos CdTe 0o u nocie uzeneuenus cepxcmexuomempuyecKozo
KOMNOHEHmA.
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[TonbiTkn 3adukcupoBath ¢azy Brooprura CdTe
METOJIOM «3aMOPO3KI» BBICOKOTEMITEPATYPHOTO
COCTOSIHHSI HE TpHBEIH K ycrexy. [lo-Buammomy,
SHEpTusl MOIMMOPGHOTO IEepPexXoAa HEBENWKa, YTO He
MO3BOJIAET BEISIBUTH TAKHME MEPEXO/IbI BBUILY UX OBICTPOU
CTPYKTYPHOH MEePECTPOUKH.

3akiloueHue

YcTtaHoBieHO, uTO uU30BITOK Te mpuBOAMT K
00pa30BaHMIO0 BaKaHCHH 10 KaJMHUIO M 3HAYUTEIHHO
HUCKaXKaeT CTPYKTYpy Tellypuaa KaaMusa.  ITo
nonreepxkaaercss ngaHHbIMEH PDA mna CdTe(Te) wm
CdTe(Cd), rne mapameTp KpUCTALUINYECKOH PEMIETKH d
yBEJIMUYUBACTCA JUIsl oOpasia ¢ H30BITKOM TeJuTypa.
Mertomom «3aMOPO3KI» BBICOKOTEMITEPATYPHOTO
COCTOSIHUSI HE YAAIOCh 3a(pUKCUPOBATH CYIIECTBOBAHHE
BropruTHON Moaudukanmmu CdTe, m3-3a ee ObICTpoi
CTPYKTYPHOU ITEPECTPOIKH.

Hccnedosanus gvinonmenst npu puHancosol
nooodepoicke Munucmepcmea HayKu u 8biciuie2o
obpazosanus P® 6 pamxax epanma FSSM-2025-0006.
Aemopbl gvipascarom baazodaprocmes Hayuonanvnot
AHATUMUYECKOU cepmuuKayuoHHou 1abopamopuu
(HACJI) svicokouucmuix gewgecms u mamepuanos PXTY
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um. J{.HU. Menoeneesa 3a nomowp 6 nposederuu
UHCMPYMEHMATLHBIX UCCTE008AHULL.
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VIIK 548.55
JIscauxoBa M.C., Kosanés C.U., backakosa C.C., 3anopoxnas JIL.A., v FO.M., Bonomun A.D.

Kpucramiusanus 0eJJK0OB B KOCMOCe HA 0T€4eCTBEHHBIX 0eCITUIOTHBIX OMOCITYy THUKAX

JIsacankoBa Mapus CepreeBHa — MIaAIINIA HAYYHBIH COTPYIHUK, lyasnikova.m@crys.ras.ru;

Kosanés Cepreit IBaHOBHY — Hay4YHBIN COTPYIHUK;

BackakoBa Ceetiiana CepreeBHa — MIIAALINI HAyYHBIA COTPYAHUK;

3agopoxkHas Jlroamuna AnekcaHapoBHA — KaHIUIAT T€0JIOTO-MIUHEPATOTHIECKIX HAYK, BEAYIIUN HAYIHBIN
COTPYAHUK;

Heivimn FOpuii MeiipoBud — 3aMecTUTENb HaYaJbHUKA ONBITHO-3KCIIEPUMEHTAIBHOTO OT/AENA;

Bosommn Anekceit DxayapaoBuy — I0KTOp (PU3UKO-MATEMAaTHUECKUX HAYK, IIaBHBIM HAyYHBIA COTPYAHUK,
Otnenenne UuctutyT Kprctamorpadguu uM. A. B. lllyorukoa KypuaToBckoro KoMIIeKca KpUCTAILIOTpapuu U
¢oronukn HULL "Kypuarosckuit uncturyt", 117342, . MockBa, yin. Byrneposa, 17a;

Kpucmannuzayus benxos ¢ nocnedyowum onpeoeneHuem ux Cmpykmyp Memooom peHmeeHoCmpyKmypHo20 aHaiu3d
ABNAEMCSL OOHUM U3 CAMBIX NEPCNEKMUBHbIX HANPAGIeHUL COBPEMEHHOU CIMPYKMYPHOU buono2uu. [{ns pacuugposxu
CMPYKMYP HYICHbL KPUCTHATIBL OUDPAKYUOHHO20 Kauecmsd, npucoonvle 07 0emdaibHo20 CMPYKMYPHO2O AHANU3A.
Pesynomamol  MHO20HUCTEHHBIX IKCNEPUMEHINOE HOKA3BIBAIOM, YMO KPUCMALIU3AYUA 0OelKOo8 6 HeB8ecoMOCmiu
SHAYUMETLHO YIyYuiaen Kaiecmeo noayuaemvlx kpucmanios. B Uncmumyme kpucmannozpaguu um. A.B. [lybrnuxosa
PAH paspabomanvr yempoticmea kpucmannuzayuu YK 1 u YK 2, npeonasnauennuvle 0 8bipaumjusanusi KpUCmatios
0enKo8 8 KOCMOce Memooamu HCUOKOCMHOU U naposot ouggysuu coomeemcmaentno. Oba ycmporicmea 6xo0am 8
xomnaekm Hayunou annapamypvi BEJIKA. C 2013 200a na 6uocnymuuxax «buow» u «@omou» nposoosmcs
IKCHEPUMEHMbL N0 KPUCIANIU3AYUY DETKO8 8 YCIO0GUSX HeBeCOMOCHU C UCHOIb308AHUEM HAYYHOU ANnApamypbl
BEJIKA. Ha aseycm 2025 200a 3aniaHupOo8aH HOBbIN KOCMUYECKUL DKCNEPUMEHM HA MOOEPHUSUPOBAHHOU HAYYHOU
annapamypuvt BEJIKA 2 na buocnymuuxe «buorn My Ne 2. B pezyrsmame KoCMU4eckoeo 3KCnepumMenma niaHupyemcs
NOYyUeHUe 8bICOKOKAYeCMBEHHbIX KPUCMAILI08 DeIK08 ¢ nocaedyroujeli pacuiudpogroti ux CIpyKmypbl.

Knioueswvie cnosa: kpucmanivt 6enxos, pocm Kpucmanios, pocm Kpucmanios 8 kocmoce, buocnymuux, buon, @omon,
HA BEJIKA

Protein crystallization in space on domestic pilotless biosatellites

Lyasnikova M.S., Kovalyov S.I., Baskakova S.S., Zadorozhnaya L.A., Dymshits Y.M., Voloshin A.E.

A.V. Shubnikov Institute of Crystallography of the Kurchatov Complex Crystallography and Photonics of the NRC
"Kurchatov Institute", Moscow, Russian Federation

Protein crystallization with subsequent determination of their structures by X-ray diffraction analysis is one of the most
promising areas of modern structural biology. To decipher the structures, we need diffraction-quality crystals suitable
for detailed structural analysis. The results of numerous experiments show that protein crystallization in zero gravity
significantly improves the quality of the resulting crystals. At the A.V. Shubnikov Institute of Crystallography. RAS has
developed crystallization devices YK 1 and YK 2, designed for growing protein crystals in space using liquid and vapor
diffusion methods, respectively. Both devices are included in the BELKA scientific equipment package. Since 2013,
experiments on protein crystallization in zero gravity using scientific equipment BELKA have been conducted on the
Bion and Photon biosatellites. A new space experiment is planned for July 2025 using the upgraded scientific equipment
BELKA 2 on the Bion M biosatellite No. 2. As a result of the space experiment, it is planned to obtain high-quality
protein crystals with subsequent decoding of their structure.

Key words: protein crystals, crystal growth, crystal growth in space, biosatellite, Bion, Photon, SE BELKA

Kpucrammsamust OHOJIOTHISCKIX MaKPOMOJICKYJI U OCYIIECTBIACTCS TJIAaBHBIM oOpa3oM 3a cuét auddysum,
WX KOMIUIEKCOB SIBJISICTCS BKHBIM ATAllOM B METOJMKE  4YTO CIIOCOOCTBYeT MoOpdoiorndeckoii CTaOMIBHOCTH
YCTaHOBJICHUSI aTOMApHOTO CTpoeHus OwmocucreM —  rpaHeit [2]. CxopocTs auddy3un mMpHMEcH B pacTBOpE
KICTOK B OpraHm3Mme, OakTepuii ¥ BHPYCOB Ul  MEHBIIE, YeM y MOJCKYJbl OenKa, BCIEACTBUE YEro
(byHIaMEHTaNbHON U IPUKIIAAHON OMOIOTHY, MEIUIIMHBI,  KOHIIEHTpanus NpPHUMECH Ha (pPOHTE KpHCTaUIU3AIMU
(apmakonoruu U OMO3JCKTPOHUKH. [ pacmmdpoBKH  HIDKE, YeM B CpelHEM B pacTBope. Takum oOpazom,
CTPYKTYp  HYXHBI  KPUCTAUTBl  AU(PPAKIMOHHOTO  KPUCTALI PAacTeT B Moje, OOCTHEHHOM IPHMECHIO,
Ka4yeCTBa, IIPUTOHBbIC JUIA JCTAJIBHOI'O CII0COOHOM 6IIOKI/IpOBaTB MECTa H3JIOMOB H CHHXATb
peHTreHocTpykTypHoro aHanmu3a (PCA). PesynbTaThl  CKOPOCTH poOCTa. DTO TO3BOJSIET MOJyYaTh KPHCTAJLIBI
MHOTOYHCIICHHBIX JKCIIEPUMEHTOB IIOKA3BIBAIOT, YTO  OOJBIIETO pazMepa U JIYUIIero KadecTBa, YeM B 3€MHBIX
KPHUCTAIDTH3AIUS B HEBECOMOCTH 3HAUYUTEIBHO yIyUIIaeT  YCIOBHUSX.
Ka4ecTBO MONYyYaeMBIX KPHUCTAJUIOB OEIKoB. ITO IlepBeie  mpenBapuTeNbHBIE  KPAaTKOBPEMEHHBIC
MOATBEP)KAAETCS YBEIMYEHHEM IIpesiesia pa3pelleHHs — OKCIIEpUMEHTHl M0 HW3y4deHHWio Ipouecca auddysun
PCA w oTHOmIeHWEM CpeAHEH WHTEHCHMBHOCTH K  PAacTBOPOB Oejika P-rajakTo3uma3bl U OCATUTENs Yepes3
dhorOBOMY paccesiHHIO [1]. B ycroBusix  OydepHyr0 30HY HHEPTHOrO Telii B HeBecoMocTH (6
MUKPOTPABUTAIMN OTCYTCTBYIOT KOHBEKTHBHBIC TOTOKA  MHUHYT B YCIOBHUSX MUKPOIPaBUTAINH) ObLIH MPOBEICHEI
B 00BbéMe, TAe pacTéT KpucTalLl, MaccomepeHoc B Hadane 1983 roma Ha 3ommmpyromeii pakete TEXUS
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(eBpomeiickas mporpamma). HecmoTpst Ha KOpOTKOe
BpeMsl JKCIICPUMEHTA, ObLIM TOJYYEHBI KPHCTAILIBI [3-
rajakTo3uaa3bl. BriepBble MONHOIEHHBI KOCMUYECKHUI
SKCIIEPUMEHT TI0  KpUCTAJUTM3amuud  OenkoB  [-
rajlakTO3M/1a3bl U JIM30I[MMa peajiu30BaH B HOs0pe 1983
Ha Oopry maboparoproro wmoxyns —«Creiicaab 1»
EBpomeiickoro KOCMHYECKOTO areHTCTBa BO BpEMs
MEXIyHapOIHOTO KOCMHUYECKOTO nonéra
nutotupyemoro marmia «Komym6us»y HACA (CLLIA).
OKCIIEpUMEHTHl 110  KPHUCTAJUIM3AIlMH  OCIKOB B
HEBECOMOCTH, MPOBEAEHHbIC Ha cTaHuK «Creiiciaad 1»,
MOKAa3ajy, YTO TaKHUM O0pa3oM MOTYT OBITh MOJYYCHBI
0osiee KpymHbIE U Oo0Jiee OJXHOPOIHBIC IO MOP(OIOTHA
KpPHUCTAIUTBI, YeM B MapaUICIbHBIX JKCICPUMEHTax Ha
3emue [3].

B CCCP mnepBbIii KOCMUYECKHN 3KCHEPUMEHT TIO
POCTY KPHCTAJIOB OEJIKOB B KOCMOCE OBLIT Peali30BaH B
anpene 1988r. ©Ha OwmocnytHuke «Doton» [4].
buocnyTHUKM — CHENHATU3UPOBAHHBIC AIMAPaThl IS
W3yUYeHHs] BIUSHUS (PAKTOPOB KOCMHUYECKOTO MOJETa Ha
JKUBBIE OpraHU3Mbl — OBUIM pa3paboTaHbl BO BTOPOM
nonoBuHe 1960-x ronmoB. B kauectBe mpoToTHma ObUI
WCTIONBE30BAH  COBETCKHH  MIIOTHPYEMBIH  Kopalib
«Boctok». braromapst ero ygagHo# KOHCTPYKIIMH OBLTH
CO37aHbl OECNMIOTHBIE KOCMHYECKHE JieTaTeNbHbIe
anmapaThl — Hay4JHbIe JJabopaTopHuu. J{s GHOIOrHYeCKUX
HCCIICIOBAHNHN CITy)KWIH KocMudeckne amnmapatsl (KA)
cepun «buon», a Ha «DOTOHAX» WX COBMEIIATA C
TexHojorndeckumu. llepBeiii cnytHuk cepun «buon»
rmox HazBanueM «Kocmoc-605» oTmpaBuiicsi B KOCMOC
31 oks10pa 1973 1., a mepBriit «Doton» — 16 anpens
1985 r. ITo mporpamme «buon» (puc. 1) mposeaeno 12
3amyckoB, 1o mporpamme «Doton» — 16, 9TO AEmaeT ux
camoii 6oNbIIoN cepueil OMOCITyTHUKOB [5].

AMEBN

& </

KOCMHUYECKHI ANIMAPAT «BUOH-M» Ne 1

NpuGopHi
orcex

Cucrema oTaenexus \
ECM SPL Assembly (Fepmanusn).
Macca 9,3 kr, 8 TOM Yucne

3 MKA maccoi 1 kr xaxasii,

ArperaTHiii

Crycraouit
otoex

annapat

Mawens conHeuHoR
Barapen

Mnarchopma cpeacts
otaenenwn

Cucrema oTaenenms
FlyMate (Opanums).
Macca 8,5 kr, 8 ToM wncne
1 MKA maccoi 1 xr.

Cucrema otaenenun

3U ISIPOD (Huaepnanasi).
| Macca 6 xr, B Tom uncne

1 MKA maccoit 4 kr.

Puc. 1. Cxema «buon-My, noném 2013 200a

B pesynbrate 3xcniepumenta 1988 roga na «@oToHe»
OBLTH MOTYYEHBI KPUCTAILIEI OEIKOB: Manasi cy0JacTuia
pubocombl Thermusthermophilus, epyIoOIUIa3MUHA W3
Ia3Mbl  KPOBM  YEJIIOBEKa,  KaTajgasbl  rpuda
Pénicilliumvitale. B xadecTBe MeTO/1a KPUCTAITU3AI[UH B
3TOM KOCMHUYECKOM IKCIIEPUMEHTE ObLIT MPUMEHEH METO.T
muddy3un depe3 TpaHuIly paszziena ¢a3, Tak Kak Takou
METOJ JIeTde BCEro OBUIO peaan30BaTh KOHCTPYKTHBHO-
TeXHUYECKHU. [IpOBEIEHHBIN YKCIIEPUMEHT TIOKA3all, YTO
KPHUCTAJLTEI, BEIPAIIICHHBIC B YCIIOBHAX
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MHUKPOTPaBUTALMK, KpyIHEE W KadyeCTBCHHEE, YeM
KPHUCTAJUIbI, MOJIy4YeHHbIE IPY HOPMAJIBHOM TpaBUTALU
B  MapaJUICHbHBIX, ONHOBPEMEHHBIX  3EMHBIX
sKcriepuMeHTax [4].

C Tex MOp OJKCHEPUMEHTHl IO BBIPALIUBAHHIO
KPUCTAJUIOB ~ pa3jM4YHBIX OEIKOB B KOCMOCE HE
npekpamaotess HU B CHIA, Hm B Poccuiickoit
Oenepaunn. beun  pazpaboTtaHbl U ampoOUPOBaHBI
pasiuyHble METOAbl U YCTPOHCTBa Uil MONYYEHHS
COBEPIICHHBIX MO CTPYKTYpPEe MOHOKPHCTAJUIOB OEJIKOB,
TIPUTOIHBIX JIJIS1 PEHTTEHOCTPYKTYPHOTO aHau3a [6].

C 2009 mno 2022 rox SKCIEPUMEHTHl IO
KPHCTAJUTA3AINH OEIKOB B YCIOBUSIX MUKPOTPABHTAIINI
npoBoamiuck Ha Oopty Poccuiickoro cermeHra
MexayHapoqHOM KOCMHUYECKOW CTaHIMH B paMKax
MEXITYHApOIHOTO COTpyIHHYECTBA MEXIY
I'ockopnopanueit «PockocMocy u SINOHCKAM areHTCTBOM
aspokocMudeckux ucciemoBanuii (JAXA). Dto camas
MPOAOCDKUTENBHAS  CepUsd  TaKUX  OKCIIEPHUMEHTOB.
SlnoHckas Haywnas anmaparypa (HA) «JAXA PCG»
npenHa3HaueHa Ui BBIpAllMBaHUS  KPUCTAILJIOB
OMOJIOTMYECKUX MAaKPOMOJIEKYJl METOJOM BCTPEUHOM
mad¢y3un. 3a BpeMs TPOBEINCHHUS SKCIICPHMEHTOB
MOJTydeHbl KpUCTALIBl Oomee 270-u OETKOB W X
KOMIUIEKCOB, paciuppoBaHbl CTPYKTYphl Oojee dyeMm
160-Tn OeaKOB M WX KOMIUIEKCOB, JICIOHHPOBAHBI B
MEXIYHApOIHYIO 0a3y NaHHBIX CBBIMIE 50-U OETKOBBIX

cTpyktyp [6]. Hecmorps Ha Bce pe3yJbTathl,
nomydenaele Ha HA «JAXA PCG», B nmaHHO#
KOHCTPYKIIMM €CTh OmnpeaenéHHble HemocTaTku. K

OCHOBHBIM MOKHO OTHECTH OTCYTCTBHUE
KOHTPOJIMPYEMOTO YIIpaBIIEHHs] HAaYaJlOM U OKOHYaHHEM
mpoIiecca KpUCTAUTU3AINHN U TEMITEPATYPHBIM PEKIMOM.

C y4éToM nepedrcIeHHbIX TpeOOBaHUH, a TakKe JJIs
peanuzaiuy mporpaMMbl UIMIOPTO3aMEIICHHUS 110 3aKa3y
¢mmmana AO «IDHKW» — HUU CK B HHCTHTyTE
kpuctautorpapun  uMm.  A.B. lllyonukoBa  PAH
paspaboTtanbl ycTpoiicTBa Kpuctammm3anuun YK-1 u
YK-2, npeaHa3zHaueHHBIC TS BRIPAIIUBAHMS KPUCTAIIIOB
OCIIKOB METOJIaMH >KHIKOCTHOW M TapoBOW MU(QPY3HH
coOTBeTCTBeHHO. O0a yCTpoiicTBa BXOIAT B KOMIUIEKT
HA BEJIKA (puc. 2).

OtmuantensHoit ocobernnocteio HA BEJIKA mo
CPaBHEGHHUIO C aHAJOTaMU SBIISIETCS aBTOMATHUYECKOE
yIpaBlIeHHE TeMIepaTypHbIM pexuMoM. KOHTpob
TEMIIepaTypsl 00ECIICUNBACT YIPABICHHAEC IIPOLECCOM
pocta KpHUCTAUIOB W Ha JTane  oOpa3oBaHHA
3apOoJIbIIIE00pa30BaHus, U B MPOIIECCe KPUCTAIUIU3AIINH,
BIVSISI HAa PACTBOPUMOCTH O€lKa U CKOPOCTh pPOCTa
kpuctainioB [7]. [Ipurtmmn paboTsl u pesymsTatel KO mo
kpucraumzain 6enkos B YK-1 u YK-2 HA BEJIKA Bo
Bpemsi opOutanpHoro mnonérta KA «buon-M» Nel
npezacraBieHsl B padore [8]. B 2014 romy O6bu1 ipoBeneH
KO c¢ wucnons3oBanmem HA BEJIKA Ha 6opty KA
«DotoH-M» Ned4. B pesynpraTe IBYXMECSUHOTO
opoutanpHOro nonéra KA ObUIH MOMYyYEHBI KPUCTAILIBI
oenkoB APHVIIL, 2Q02, 2PMB u 3ES8O. IIpoBeaéuusie
WCCIIEIOBAaHUSI TTIOATBEPAIIA BO3MOXKHOCTH TTOJTyYCHHUS B
HEBECOMOCTH 00Jiee KaUeCTBEHHBIX KPUCTAIIIIOB OEJIKOB U
KPHCTAIUTH3AINH OENKOB, KPUCTAJUIN3AIMS KOTOPHIX Ha
3emMie IpaKTHYeCKH HEBO3MOXKHA.
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BNOK
o KPUCTANNU3ALUM

BNOK | f ‘ N

YNPABNEHUA

AR
Puc. 2. Hayunasa annapamypa BEJIKA

KOMMNEKT
KABENEW

[Ton€Tel OMOCTYTHUKOB  SBJISIFOTCA ~ 3HAYMMBIM
JIOTIOJIHEHUEM K MpOorpaMMe pOCCHICKMX Hay4HO-
MPUKJIAIHBIX HCclenoBaHuid Ha 0Oopty Poccuiickoro
cerMeHTa MexIyHapoaHOH KOCMUYECKOM cTaHuuu. B
3eMHBIX YCJIOBUSIX MHOTHE OCTIKH HE KPUCTAJUIH3YIOTCS,
YTO BBIHYIa€T IPOBOIUTH AAHHBIN MPOLIECC B KOCMOCE
B yciuoBusiXx HeBecomocTH. Ha asryct 2025T.
3alJaHUPOBaH HOBBI KOCMHYECKHH SKCIIEPHUMEHT Ha
MonaepamsupoBanHoi HA BEJIKA-2 Ha OuocmyTHHKE
«buon-M» Ne 2. Ha MOMEHT MOJATOTOBKH CTaThH HIYT
aKTHUBHBIE PaOOTHI 110 HA3EMHOM MMOATOTOBKE: anpoOaIys

anmapatypel, OTpa0OTKa pPEKHMOB W YCIOBHH
BBIpAIIMBaHWSA  MOHOKpHCTAIOB  OenkoB.  [lepen
MPOBEICHUEM KOCMHUYECKOTO 3KCIEPUMEHTa BCEr/Aa
MPOBOJAUTCS TIIATEILHBIA moxoop YCIIOBUH
KpUCTAJIA3aLUN OEJIKOB. Hatinennrie YCIIOBUA
MOIU(DUIUPYIOTCS ~ HPUMEHHUTENBHO K  METOJaM,

ucnons3yemMbiM B yctpoiictBax YK-1 u VK-2. B
pe3yabpTaTe KOCMHYECKOTO KCIIEPUMEHTA IUIaHHPYETCS
MOJyYEeHUE BBICOKOKAUECTBEHHBIX KPUCTAIOB OEJIKOB ¢
Mocyeayomei pacu@poBKOi UX CTPYKTYPBHIL.
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Paboma nocsswena uzyuenuio gazosvix pasuosecuti ¢ cucmeme CoCly'2H>O0-NiCly'2H0-H>O, noayuenuro
cemeutannvlx kpucmannos CoxNi(.yCla'6H>0, ucciedoganuto ux cmpykmypvl U ONMUYecKUx ceoticme. Buipawenul
cmeutannvle Kpucmanivl CoxNi(.)Clo'6H>O memodom uzomepmuyeckoeo ucnaperus pacmeopumens. Memooom
PEHMEEHOCMPYKIMYPHO20 AHAAU3A U3YHeHa cmpykmypa cmewannvix kpucmainos CoxNi.yCl6H>0. H3yuenv
CNEeKMpPanbHbie XapaKmepucmuKy noayueHHbix Kpucmanios 6 unmepsaie . = 200 — 800 um.

Kniouesvie cnosa: gasosvie pasnosecus, cmeulanHvle KpUCMALbl, PEHM2EHOCMPYKMYPHbLIU AHANU3, KOMNIEKCHble
COeOUuHeHUsl, ONMUYeCcKULl CneKmp.

Obtaining, structure and spectral characteristics of CoxNii-x)Cl2*6H20O mixed crystals

Matveeva D.S., Komornikov V.A., Sorokina N.I., Voloshin A.E.

A.V. Shubnikov Institute of Crystallography of the Kurchatov Complex Crystallography and Photonics of the NRC
"Kurchatov Institute", Moscow, Russian Federation

This work is devoted to the study of phase equilibria in the CoCl>*2H,O—-NiCl;"2H>0-H>0 system, the preparation of
CoxNi(1)Cl>-6H>0 mixed crystals, and the investigation of their structure and optical properties. CoxNig.xyClz-6H>0
mixed crystals were grown by isothermal solvent evaporation method. The structure of CoxNig yCl*6H>0 mixed
crystals was studied by X-ray diffraction analysis. The spectral characteristics of the obtained crystal in the wavelength
range 1 = 200 — 800 nm have been studied/

Key words: phase equilibria, mixed crystals, X-ray diffraction analysis, complex compounds, optical spectrum.

Beeaenue. Ilouck MaTepuasioB A ONTUYECKUX  U3Y4MTh X CTPYKTYPY u CIIEKTpaJbHbIE
¢uneTpoB YO numamazoHa ABISIETCS  aKTYalbHBIM — XapaKTePHCTHKH, a TaKKe IMON00paTh ONTHUMAaIbHBIN
BOIMPOCOM COBpeMeHHON (oTOHHMKH. B mocineqHue rogsl  COCTaB  CMELIAHHOTO — KpUCTaula, JUIS  KOTOPOrO
HUCCIICA0OBAaHUsA 6I)IJ'[I/I MPAKTUYCCKU MMOJIHOCTHIO CBA3AaHbI C «IIapa3uTHBIC» TOJIOChI TPOITYCKaHWsA Ha HepaGO‘H/IX
co3naHueM (QUIBTPOB M comHeuHo-cuernoro (Y®-C)  ydacTkax crekTpa OyIayT MaKCHMaTbHO MOIABIICHEL.

nwana3oHa. OnTudeckue (QUIBTPH IS TaKUX CHCTEM JKCNepUMeHTAIBHAS YACTh
CO3JIAI0TCSl IPEUMYIIIECTBEHHO HA OCHOBE TE€KCarupaToB B Hacrtosmieii pabGore OBUIM  UCTOJNB30BaHBI
MIPOCTHIX ¥ IBOMHBIX Cynb(aToB HUKENsA U KoOanbTa [1].  clemayrolue peakTHUBBI: TeKcaruapaT Xjopuaa kodanbpra

Haunbonpmeit s¢pdexruBHOCTRIO 06mamaror ¢uibtpel,  CoCly'6H20 mapku «a» (I'OCT 4525-77) u rekcarugpat
W3TOTOBJIEHHBIC N3 cMemaHHbIX KpuctawioB CoxNip-  xsopuna Hukens NiCly'6H>O mapku «a» (I'OCT 4038-

0(S04)2-12H>0 [2] 1 KoNixCo1(SO4)2:6H-0 [3]. 79) ¢ JONMONHUTENBHOW  OYHUCTKOH  METOAOM
B ormuume or YO-C aguana3oHa, UCHONBb30BaHWE  MEPEKPUCTAIUIM3ALNU.

napyrux Y@ nuana3oHOB TOJbKO HAYMHAET BBIXOJHUTH Ha UccnenoBanust (a3oBBIX paBHOBECUN B CHCTEME

moBecTtky nHS. B Hacrosmiee Bpems cymectByer — CoCly2H>O-NiCl,'2H,0-H,O mpoBoauiaocs METoaoM

HEOOXOJMMOCTh TIOMCKAa KPHCTAUIMYECKUX MAaTEpUalioB,  OJHOBPEMEHHBIX MapaJUICTbHBIX KPHCTAJUIM3AIlMid B

MPUTOAHBIX JUTS HCTIOJNB30BAHUS B KAUECTBE ONITHYECKUX  Juana3zoHe temneparyp 25—60°C. JlaHHoe uccienoBaHue
¢mipTpoB MHBIX Y® npnamazoHa B CHEKTPANbHBIX  HNPOBOJAMIOCH B CHELUATBFHOM  J1a0OpaTOPHOM
npubopax, IMOCKOJIbKY Ha CETOMHSINHMN JeHb Takue  TepMocrare-meiikepe WSB-18 (Witeg Labortechnik,
MaTepHalbl OTCYTCTBYIOT. B psime Hammx pabot [4, 5]  I'epmaHus) ¢ HOABMKHBIM KaCCETHBIM JiepxareneM (s
Oobutn  uccnenoBanbl  kpuctamwipl  CoCl,6H,O  wu obecrmedeHus MNepeMENIMBaHHS B TEPMOCTaTUPYEMbIX
NiCly’6H,O, 4bM  chekTpajbHbIE XapaKTepUCTHKH  coCyldax) u mporpamMmupyemsiM [T JI-perymsitopom
OKa3BIBAIOTCS OAXOSIIIIMY ISl ONTHIECKUX (IIBTPOB  TeMIeparypsl. [ 0ToOBUIIaCh cepusi MaTOYHBIX PAaCTBOPOB
muamazona 250-350 aM. CHekTp NpONyCKaHWsl JaHHBIX B OJMHAKOBBIX IEPMETUYHBIX COCyJaxX C INEPEMEHHBIM
KPHUCTAJIOB 00YCIIOBJICH HAXOX/JCHUEM B UX CTPYKType  COOTHOIIEHHEM HCXOIHBIX CyXHX KOMIIOHEHTOB (00mias
kommiexcoB [Me(H,0)4CL], rme Me = Co?', Ni?*. wmacca HaBecku coctaBmsuia 10 T) ¥ MHHUMATBHBIM
OnHaKo, CIEKTPHI IPOINYCKaHWS IAaHHBIX KPHCTAJUIOB  COAEPXKaHHEM AWUCTHUIUIMPOBAHHOM BOIBI (~2 Mi). 3aTeM
XapaKTepU3YIOTCSl HAMYMEM «Iapa3WTHBIX» I0JOC B H00aBIsUIM mO | M3 BOABI B CYTKM JO IOJHOTO
BuauMoit u MK-obnactsax cnekrpa. pacTBopeHUs1 HaBecOoK. llomyueHHble TakuMm 00pazoM

B nanHoif pabore Ha 06a3e paHee W3YYEHHBIX  PAcCTBOPHI YNAPUBAIH IPH MOCTOSHHON TeMIeparype J10
kpuctauioB CoCly'6H20O u NiCly'6H2O tutaHupyeTcs — BbINAJEHMs  IEPBBIX  KpUcTawioB. PacTtBopumocTh
nony4yuth cMemanabie KpucTawibl CoxNi(1.x)Clo'6H,O,  KOMIOHEHTOB CHCTEMBI ONMPEACISIA BECOBBIM METOIOM.
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Wnentudurkanys paBHOBECHBIX C MATOYHBIM PacTBOPOM
TBepAbIX (a3 MPOBOIMIACE METOIOM ITOPOIIKOBOTO
pentreHodazoporo ananmmza (POA). POA pa3monoTsiX B
MOPOIIOK MOHOKPHCTAJUIMIECKUX OOPa3IIOB BBHIIOIHSIIN
NP KOMHATHOW TEMITepaType ¢ OMOIIBI0 HACTOJIBHOTO
peHTreHoBckoro au¢pakromerpa Tongda TDM-20
(CuKo-u3mydyeHne, TOMAroBbId  PEKHM  CHEMKH,
BennunHa mara 0.0095°; Bpemsa Boiaepxkku 0,3 cek., B
uHTepBae yrios 20 10-60°, HenmoABWKHEIH 00paser, Ha
BO3JyXe).

Poct cmemannbix kpuctamioB CoxNi(i-xCla'6H20
MPOBOJMIN METOAAMHU H30TEPMHUYCCKOTO HCIApEHHUS
pactBoputeis. [ NpUTroTOBICHHS MaTOYHOTO pacTBOpa
ucxonnble peakTuBbl CoCly'6H,O m NiCl'6H,O ¢
nepemMeHHbIM cooTHomeHun [Co]:[Ni] pacTBopsnu B
TPUANCTHINPOBAHHOMN BOJIE. Jost MOy YCHUS
3aTPaBOYHBIX KPUCTAILIOB OTOMPANN ~5 MII pacTBOpa U
ymapuBalM J0 IOJy4eHus Kpuctamio. KoHTpons
TeMIIepaTyphl OCYILECTBIISIH c HOMOIUIBIO
nporpammupyemoro [I1][-perymsaropa ¢ Toanoctsio 0,1
°C.

KoHTpone 31eMeHTHOro cocraBa IOJTy4EHHBIX
00pa3loB CMEMIAHHBIX KPHUCTAJUIOB TIPOBOIMICS Ha
peHTreHo(IyopecieHTHOM SHEPTOIUCTIEPCHOHHOM
cnektpomerpe Orbis Micro-XRF (EDAX Inc., CIIA)
IUTSL HEpa3pyIIAIOIIETo JIEMEHTHOTO aHAIN3a PA3IINIHBIX
(hopM U pa3MepoB ¢ BO3MOKHOCTBIO PabOTHI B YCIOBHAX
HU3KOTO BakyyMa M OKpyxaromei cpenasl. CheMka
MIPOBOIMIACE Ha CBEKEM CKoJie 0Opasma.

Hns pertreHocTpykrypHoro anammsa (PCA) Obum
MIPUTOTOBIEHB! KPUCTAJUINYECKUE 00pa3Iibl CMEIIaHHBIX
kpuctauioB  CoxNi(1.Cl'6H20 cdepudeckoit hopmbr
muamerpoM 0.3 mm.  TlomydyeHHble  0OpasIisl
MOJABEPraJIiCh  IEPBUYHOMY  PEHTTEHOCTPYKTYPHOMY
HCCIICIOBAHUIO, B PE3yJbTaTe KOTOPOro OBLT BHIOpaH
KPHUCTAIDT ¢ HAWTYYIIAME TPOPIIIIMHA AU(HPAKINOHHBIX
oTpakeHui. [lodHBIA IUGPAKIMOHHBIA 3KCIEPUMEHT
npoBesieH npu Temmneparype 295 K Ha peHTreHOBCKOM
mudpaxromerpe XtaLAB Synergy R, DW system, HyPix-
Arc 150 (Rigaku Oxford Diffraction). Ilomxydennse
JKCIIEpUMEHTANIbHBIE  JIaHHble  00padaThIBAICH  C
TTOMOIIIBIO MIPOTPaMMBI CrysAlisPro [6].
Kpucramiorpaduueckue pacdetbl (BBOJ IONPABKUA Ha
aHOMAaJIbHOE paccesHue, yueT MOTJIOMICHNs, YCpeIHeHNE
OKBUBAJIEHTHBIX o CHUMMETPHUH OTpaXCHUIN)
OCYIIECTBIUTH C HCIOIB30BAaHAEM KOMILIEKCA IPOrpaMM
JANA2006 [7]. KoopauHaTbl aTOMOB KOOaIbTa, HUKEIS,
XJIopa M KHCIOpOJa HaxOAWiIHchk MeToaoM charge
flipping ¢ momompo nporpammbel  Superflip [8].
KoopmuaaTel aToMOB BOJOpPOIA HAWICHBI B pPe3ysbTaTe
aHaJIM3a Pa3HOCTHBIX CHHTE30B 3JICKTPOHHO INIOTHOCTH,
MOCTPOCHHBIX HAa 3aKIIOYUTEIBHOM JTalle YTOYHCHHS
CTPYKTYpPHBIX IapaMeTpoOB aTOMOB KOOanbTa, HHUKENS,
XJIOpa ¥ KUCIOpOoa.

OnTuvecKue CIEKTPHI MPOITyCKAHUS HCCIEIOBAIN C
moMompio  criektpodoromerpa Cary 300 UV-Vis B
pexume Ha rpocBeT B Auanazone uH BoiH 200-800 HM.

Pe3yabTaThl u 00cy:KIeHUs

[poBeneno uccienosanue (Ha3oBHIX PaBHOBECHUI B
tpéxkomnoneHTHOH cucteme CoCly'2H>O-NiCly'2H,0—
H,O.
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»=45.9%
©=49.3%

CoCl,-6H,0 NiCl,"6H,0

CoCl,-2H,0 NiCl,"2H,0

b
H,0
=54 % 0=54.4%
CoCl,"6H,0,
NiCl,"4H,0
Co,Nij ,Cl,4H,0

CoCl,"2H,0 NiCl,"2H,0

Puc. 1. Dazosas ouazpamma cucmemvl
CoCl;'2H,0-NiCl, 2H>0—-H;0 npu memnepamype. a—
25°C; b—45°C (8 maccosvix %)

Jns  cmemannbix  KpuctamoB  CoxNi1x)Cla'nH2O
0TMEYANOCh HM3MEHECHHE COCTaBa KPHCTAJUIOTHApATa B
3aBHCHMOCTH OT Temreparypbl opmupoBanus. [Ipuyem
cootHomenne [Co]:[Ni] B oOpasumax HE OKa3bIBaJlo
BIIUSIHUS HA TeMIepaTypy GOpMUPOBAHUS TOW WIA WHOM
¢dazpr.  Ilpu Ttemmepatype 60°C  ¢opmupoBanue
CMEIIaHHBIX KPUCTAUIOB HE HaOMI0anoch, OTMEYaIach
cokpuctammmsanust (a3 CoCl'2HO0 u NiCly'4H,0.
®opmuposanus a3 CoxNi(xCla'4H>O Habmomanocs B
nuanasone temneparyp 40-55°C, ¢a3er  CoxNig-
0Cl'6H,0 popmupyrores B auanasone temmneparyp 25—
40°C. Ha Puc. 1 mpencrasieHsl (a3oBble AHArpaMMEI
cucreMbl CoCly'2H,O-NiCl,'2H,O-H,O mng 45°C u
25°C.

Meronom HU30TEPMUYECKOTO ucrapeHus
pacTBOpHTENS TOJYYCHBI CMEIIAHHBIE  KPUCTAJUIBI
CoxNi(1xCl'6H2O u3 pacTBOPOB C COOTHOIICHHUEM
[Co]:[Ni] = 1:4, 2:3, 3:2 u 4:1. Pa3Mepsl BhIpalieHHBIX
kpuctauioB He npesbimanu  10x10x5 mm. Cocras
BBIPAIIEHHBIX KPUCTAILIOB onpenensaau meroqom EDAX.
Jis mBYX COCTaBOB, BBIPALICHHBIX M3 PAacTBOPOB C
cootHomienneM [Co]:[Ni] 2:3 u 3:2 mnpoBencHO
PEHTI€HOCTPYKTYpHOE HCCTIeIOBAHUE. CrexTpsl
MPOITYCKAHUS MOTYYCHHBIX KPUCTAIIOB IPEICTABICHBI
Ha Puc. 2. PesynstaTtsl PCA npusenens! B Ta6u. 1.
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Puc 2. Honyuennwviii monoxpucmann RbaNiCly2H>O.

Jnst cmemanabix  KpuctamioB  CoxNi(-x)Cl2'6H,0

HaOIr0TaeTCst B3alMHOE MO/IaBJICHUE 0JIOC
nponyckanus B Buaumon M MK oOmactsax crekrpa c
YBEIMUCHUEM  JIOMM  HUKEIEBOW  KOMIIOHEHTHI B

Kkpuctauie. Haubonee ONTHMANbHBIM U3 TMOJXYYEHHBIX
obpasnoB sBisierca coctaB (Coo.28Nig,72Cl'6H20. [ns
3TOr0 KpHUCTala HaONromaeTcss IejeBas —IoJioca
npomyckanust  250-375 HM B Y®-uacth H ABe
HU3KOMHTCHCUBHBIX ITapPa3UTHBIX TOJOCHI B BHAMMOU
YaCTH CIEKTpA.

Tabauya 1. Kpucmanioepaguueckue xapaxmepucmuxu, OaHHble IKCNEPUMEHMA U YIMOYHEHUSL CMPYKIMYP COeOUHEeHUl

CoxNi-yCl 6H>0

XuUMHyeckas (bopMyJIa COC12'6H20[5] | COO,ggNi0,12C12'6H20 | COO,ngi0,72C12'6H20 | NiClz'6H20 [9]
CummMmeTpus, mp. Tp. monoxnunnas, C2/m
a, A 10.4013(4) 10.3860(3) 10.3379 10.230
b, A 7.0554(2) 7.0510(2) 7.0661 7.050
c, A 6.6308(2) 6.6299(2) 6.6241(1) 6.570
B, ° 122.071(4) 122.07(0) 122.271(0) 122.17
vV, A3 412.34(3) 411.43(77) 409.13(16) 401.09(16)
Z 2
Crtpykrypa CMEIIIaHHBIX KpPHCTAIIOB 2. V.A. Komornikov et al. Phase formation in the

CoxNi1xCl'6H20, xak u CTpyKTypa KpUCTAJUIOB
CoCly'6H2,0 u  NiCl,'6H,O  (Co,Ni)**-okTasapoB u
Monekyn Bomsl. Breapenne B ctpykrypy CoCly'6H,O
aTOMOB HUKEIS MPUBOIUT K YMEHBIICHUIO MAapaMeTpPOB
3JIEMEHTapHOH SYEHKU U ee 00BeMa, YTO KOPPEIUPYET C
BEJIMYMHAMH MOHHBIX paguycoB katoHoB Co'2 (0,74 A)

u Ni*2 (0,69 A).

3aki0yeHne

Y CcTaHOBIIEHBI TeMIIepaTypHbIE obmacTtu
CYIIECTBOBAaHMSA DPaBHOBECHBIX C pacTBOpoM (opM
kpucrtamioruaparoB  CoxNig.xCl'nH,O.  Bmepseie
MOJMy4YeH pAJ cMemaHHbIX — KpucTtawioB  CoxNi(-
0CL'6H20. CrpykTypa CMEMIaHHBIX  KpPHCTAJIOB

HCCIIEIOBAaHA METOJIOM PEHTI€HOCTPYKTYPHOTO aHAJIH3a.
O11eHEHBI TTOJIOCHI MPOIYCKaHUs KPUCTAJUIA B TUANa30HE
e BoimH 200 — 800 HM. BreigBiIeH ONTHMaIBLHOTO
cocTaB cMemanHbIX KpucTaiuoB CoxNi(-9Cl2'6H20, s
KOTOPOTO  «IIapa3uTHBIC» TIIOJIOCHI TPOIYCKaHHS B
HEIEeTEBbIX YUaCTKaX CIEKTPa MAKCUMAIIbHO MOJABIICHBI.

Paboma nposedena 6 pamkax gvinonnenus
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Development of inorganic scintillators based on YAG:Ce,Tb single crystals for X-ray detectors
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The article presents the results of testing scintillators for use as part of a detector for high-resolution X-ray
microtomography. A comparative analysis of various scintillators has been carried out. It has been established that
crystals of yttrium-aluminum garnet doped with cerium and terbium provide images with details of the order of six
micrometers.

Keywords: scintillator, yttrium-aluminum garnet; detector; microtomography, CMOS-matrix

Brenenue HCIIOJIb30BAaHUU KPEMHHMEBOIO CEHCOpa C pa3MEpoM

Co3naHue pPEHTTCHOBCKUX METEKTOPOB C BBICOKUM  MHKcess 3,45 MHUKPOMETPA U TPEXKPATHBIM ONTHYECKUM
MIPOCTPAHCTBEHHBIM PA3pEHICHUEM IPEACTABISIET co00i  yBenmuueHWeM. JIaHHBIH TOXXOI HE TONBKO MO3BOJSET
OOHY W3 TPHOPUTETHBIX 3a7ad B  OONACTH  VAYYIINTh KAadeCTBO HM300PaXKCHUS, UYTO KPUTHUECCKH
MHUKPOTOMOTPaHIECKUX HCCIIJOBAaHHH. Ha  BaxxHO /Ui Hay4yHBIX U HMPUKJIAIHBIX 33/1a4, HO ¥ CIYXXUT
CETONHANIHMI JIeHb HaWOOJIbIIEe paclpoCTpaHEHHE  OCHOBOW Ul pa3pabOTKH OTEYECTBEHHBIX JIETEKTOPOB B
HNOIYYMIH JI€TEKTOPHbIE CHCTEMbI, OCHOBaHHblE Ha  YCIOBUSX OrPAaHMYEHHOIO JOCTyHa K HMIOPTHOMY
NPUMEHEHUH KpeMHHUEBBIX Marpull. OpHako Takue  0OOpYIOBAHHIO.

Marpunbl  Ma03()GEKTHBHBI U1 PETHCTpAIHU OcHoBHas YacThb

PEHTTEHOBCKOTO U31y4eHus ¢ sHeprueit 6onee 17 kaB. 1o Juii  mpoBemeHUsT  OKCIIEPUMEHTOB, TPEOYIOIIUX
9TON MIPUYHHE CTaHOBUTCS HEOOXOIUMBIM  BBICOKOTO MPOCTPAHCTBEHHOTO pa3pelieHusi, 0COOCHHO
UCTIOJIB30BaHUE CIUHTHJUIAIIMOHHOTO JJIEMEHTa,  BaXKHBI ornpenenéHHbIC XapaKTePUCTUKH
npeoOpasyromero peHTTeHOBCKHe (OTOHBI B BHAMMOE  CHUHTWIDLIIMOHHOTO — Martepwaia. K KIIOYeBBIM
W3IyYeHHe, perucTprupyeMoe Marpulieid. Mcrons3oBanne  mapameTpam, OTIPENIENIAIONIUM MIPUTOTHOCTD

MPOCKIIMOHHOW ONTHKHA MEKAY CIMHTHUIATOPOM M CHUHTHIIATOPA B TAKHX 33Ja4ax, OTHOCSTCS €r0 SIPKOCTh
(hOTOUYBCTBUTEIILHOM MOBEPXHOCTHIO OTKphIBacT  (WJIM CBETOBOW BBIXOM), TOJIIIMHA padoued obnacTw,
BO3MOXKHOCTh TIOJNIYYECHHUS HM300paKCHHS C BBICOKMM  IIMPHHA 3MHUCCHOHHOTO IMHKA, a TAKXXE CIEKTPAIbHBIN
paspelieHreM, OJJHAKO HTOTOBOE KaueCTBO BU3yaIM3alld  COCTaB PEHTICHOJIIOMHUHECIICHTHOrO u3iyueHus. Ha
HanpsSMyl0 OMNpPENeNsIeTCs XapaKTepPUCTHKAMH CaMOTO  OCHOBaHMM aHalii3a OSKCIEPUMEHTAIBHBIX  JaHHBIX,
CUMHTHUIATOpa. B nmaHHOW paboTe ocoboe BHMMaHHME  NPEACTABICHHBIX B HccieAoBaHuu [1], ObLT chaemaH
VIESETCS CO3MaHUIO TOHKHX, HO B TO )K€ BPEMS SPKAX  BBIBOA, YTO MOHOKPHCTA/UIBI Ha OCHOBE HTTPHH-
MOHOKPHUCTAJUIMYECKUX  CUUHTHUIATOPOB. OcHOBHas  amoMmuHHeBoro rpanara (Y3AlsOi2), akTHBHpOBaHHBIC
LeNb 3aKIYacTcs B JAOCTH)KEHUHM TpocTpaHcTBeHHOro  nepueM u  tepobuem  (YAG:Ce,Tb), ocobeHHO
paspelieHusi MOpsAAKa OTHOr0O MHKpPOMETpa MNpPH  MEPCIEKTHBHBI Ui Pa3pabOTKH  PEHTTCHOBCKOIO
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JIETeKTOpa, crocobHoro obecreynBaTh MHUKPOHHOE
paspenieHue.
Bri6pannbIit CUMHTHUISLIMOHHBII Marepuan

JIEMOHCTPHPYET BBICOKHI CBETOBOM BBIXOJ M 00ONamaet
JIOCTATOYHO y3KUM 3MHUCCHOHHBIM IUKOM. Kpome Toro,
MaKCHMYM €TO JIFOMHHECIICHTHOTO CIIEKTPa MPaKTUIEeCKU
COBIIAJIAET c MaKCUMYMOM CHIEKTPaTbHOMN
gyBcTBUTENIbHOCTH CMOS-Marpui.

OnmHako IS TOJMYyYeHHs H300paKCHUS C BBICOKUM
MIPOCTPAHCTBEHHBIM pasperieHueM BBIOOpA
CIMHTHJUIAIIMOHHOTO MaTepuaia HeAocTaTouyHo. OaHuM
U3 KPUTHYECKH BAXXHBIX (DAKTOPOB OCTACTCS KAa4eCTBO
00pabOTKM TOBEPXHOCTH CIMHTHWILIATOpA. OnTHYecKas
MOJIUPOBKA, OOECIEYMBAIONIAS  BBICOKYIO  CTCIICHb
[IAJKOCTH, HEOOXOMUMa JJIT MUHUMH3ALUH PacCesHUs U
WCKQKCHWH CBEeTa TPH  €ro  MPOXOXKICHUH K
(hOTOUYBCTBUTEILHOMY ~ CeHCOpy. TakuM  oOpasom,
TEXHOJOTMYecKas J0paboTKka TOBEPXHOCTH UIpaeT
BOXHYI0O pOJb B JOCTIDKCHHH TPeOyeMOro YpOBHS
YETKOCTH W KOHTPACTHOCTH  PETUCTPUPYEMOTO
n300paKeHus..

B nanHoil paGore ObUTM HMCCIENOBaHBI KPHCTAJUIBI
YAG:Ce,Tb, xoTopple OBUITH BBIPAlICHBl METOIOM
TOPH30HTAILHOM HAIIPABJICHHON KPUCTAILTU3AIIH (METOJ
BarmacapoBa) [2]. b M3roTOBIEHBI  OOpa3LbI
CUMHTWJUIATOPOB C AAaMeTpoM 19 MM W TONIMHOW OT
100 mo 475 mxMm (puc. 1). Takoii nTuama3oH TONIIUH OBLT
BBIOpaH C IENBI0  ONPEICICHUS  ONTUMAJIBHOTO
COOTHOIIICHHST MEXIy YPOBHEM CBETOBOTO BBIXOAA H
MPOCTPAHCTBEHHBIM pa3pelieHHeM JeTEKTopa.

Puc. 1. Domoepagpus cyunmunnsmopa YAG:Ce, Th.

TeCTI/IpOBaHI/Ie CIUHTUIIIIATOPOB B Kauy€CTBE
JFOMHHECIICHTHBIX 9KpaHOB MIPOBOIHIIOCH Ha
nabOpaTOpHOM  PEHTIEHOBCKOM  MHKpOTOMOTpade
«TOMAC» [3]. B paGore Obul WHCIIOIB30BAH
pa3paboTaHHBIl  IBYMEpHBIM neTektop (puc. 2).
VcTOYHHKOM M3ITydeHHS CIYKIIa PEHTTeHOBCKas TPyOKa
¢ anogoM Mo (Ko=17.5 x3B). Yckopsitomee HanpspkeHHe
—40 kB, Tok — 40 MA. DKCIEpUMEHTHI MPOBOAMIINCH KaK
C WCIOJBb30BAHHEM TOPMO3HOIO H3IY4eHHs, TaK U C
HCIIOJIb30BAHUEM XapPaKTEPHCTHYCCKOTO H3IydeHus. B
KauecTBE TECT-OOBEKTOB OBLIM HCIIOIH30BAHBI 30JI0THIC
CETKHU C pa3MepOM MPOBOJIOKH 55 U 6 MKM.
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Puc. 2. @omoepaghus demexmopa 03 peHmeeH08CKoU
MUKpOmMoMOzpaghuu.

B pesynprare sKkcmepuMeHTa OBUIM  HONYYEHEBI
n300pakeHus ceTok (puc. 3) C HCIOJB30BaHUEM
ciHTIILIATOPOB YAG:Ce, Tb Tommunoit 100 u 475 MxMm.

IIpoBeneHHBIE 3KCHEPHUMEHTHI IOKa3ald, 4To 00a
CLUMHTUJUIATOpPA IO3BOJIAIOT IOJNIy4aTh PEHTI€HOBCKOE
n300pakeHHe CTPYKTYPHI 30I0TOM CETKH ¢ I1aroM 6 MKM
MIPU UCTIONIB30BAHUN OOBEKTHBA C YBEIHUYEHHEM. Takum
oOpazoM, Jaxke TpH  3HAYUTENGHOW  TOJNIIMHE
CUMHTUUIALIMOHHOTO CJIOS, YBEJIMUYMBAIOIIEH pa3MbITHE
n300paXKeHNs, BU3yalnM3alsi HEOONBIINX JeTanei
OKa3ajiach BO3MOXHOH, YTO JEMOHCTpPUpPYET
JOIMYCTUMOCTb IPUMEHEHHUS OTHOCUTENBHO TOJCTBIX
KPUCTAJUIOB  JUIsl ~ SKCHEPUMEHTOB  C  BBICOKUM
paspeleHreM IpHU HaJMYUK ONTHUYECKOrO YBEJIMYEHUS.
[Tpu 3TOM, CITMHTHILIATOP TOJIIIHMHOM 475 MKM 00ecTeunt
3aMeTHO OoJiee BEICOKHH CBETOBOM BBIXO[] IT0 CPABHEHHUIO
C TOHKHM KpHCTAJUIOM, YTO TIO3BOJHJIO MOIYYUTH
M300pakeHUE CTPYKTYPhI CETKH C TIEPUOAOM 55 MKM B
MOHOXPOMAaTHYECKOM IIyuyKe 3a pa3yMHOE BpeMs
9KCIO3ULIMU.

Puc. 3. Hzobpadicenue cemxu ¢ pazmepom npogosoxu 6
MKM 8 DEHM2EeHOBCKOM USTYUEHUU ¢ MAKCUMATIbHbIM
yeenuuenuem, sxcnozuyus 60 c. Hzobpadicenus nomyueHul
¢ nomowwto YAG:Ce, Th monwunoti 100 mxm 6 «benromy
nyuxe.

B xome mpoBeaeHuss — OKCIEPUMEHTOB  ObLIO
OCYILECTBJICHO CpaBHEHHE KadecTBa PEHTIEHOBCKUX
N300paKEHUH CETOK, MOMYYEHHBIX IPH HCIIOIH30BAaHUU
IBYX pas3inyHbX cOuHTALIATOPOB: YAG:Ce,Tb wu
CEepHIfHOTO CIMHTWUISIIHOHHOTO dKpaHa DRZ-High,
BbIyckaemoro kommanueit MCI Optonix, LLC (puc. 4).
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Puc. 4. Uzobpascenue cemku ¢ nepuooom 55 mrm,
nonyyenHoe ¢ nomowppio DRZ-High 6 penmeenosckom
UBTYYEHUU C MAKCUMATLHBIM YEETUYEHUCM.

[Tpu npumenennu DRZ-High He ynanock pa3inyuTh
CTPYKTYPY TeCT-00beKTa, HECMOTPS Ha OOIIYIO BHICOKYIO
SIPKOCTh  CHMHTWUIATOpA. [IpUUMHBI CTONB HU3KOTO
KauecTBa  M300paKeHWs  CBS3aHBI C  YaCTHIHO
TIOTJIONIAIOIIEH PEHTIT€HOBCKOE M3IyYEHUE TOIUMEPHON
TTOJITIOKKOM, BBIPAXKEHHOUN LIEPOXOBATOCTHIO
MIOBEPXHOCTH U 3HA4YUTEJILHOM TOJILIUHON
CHUHTHUIAIHOHHOTO CcIIos, CrocoOCTByOMIEH
paccesiHHIO CBETa.

UcnomezoBanne  moHokpucramia  YAG:(Ce,Tb)
tommuHOW 100 MKM TO3BOJIIIO TOMYYUTh YETKOE H
KOHTPAacTHOE N300pakeHUE 30JI0TOM CETKHU C EPHOIIOM 6
MKM, HECMOTPSI Ha HaJIM4YUe OTIENbHBIX TOBEPXHOCTHBIX

nedekToB H BO3MOXHYO HEOJHOPOIHOCTh
pacnpeneneHus akTUBHON PUMECH.

Takum obpasom, MIPOBE/ICHHOE CpaBHEHHUE
MONTBEPAUIIO TPEUMYIIECTBO MOHOKPHUCTAITUIECKUX
CUMHTWJUIATOPOB B  3a7adaX BBICOKOPA3pEIIAIONIeH
PEHTTEHOBCKOW MUKPOTOMOTpaduu.

3ak/oueHue

B pesynbrate nmpoBe€HHOTO aHaIM3a OBLT ONpeieieH
TAN  CUMHTWUIALMOHHOTO — Marepuana, HauOosee
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MOIXOASAIIN AJIsl HIPUMEHEHHs B 33/1a4aX PEHTTCHOBCKOM
MUKPOTOMOTpaHH C BBICOKAM IPOCTPAHCTBEHHBIM
paspemeHreM. B mporiecce paboThl OBbLTH BBISBICHBI
TEXHOJIOTUYECKHE  OrpPaHUYeHHUs,  OOYCIOBICHHbBIC
HEPaBHOMEPHOCTBIO  DACIIPE/CNICHNs]  JIETUPYIOIINX
JJIEMEHTOB M HAJTMYHEM Je(EKTOB Ha MOBEPXHOCTH, UTO
B [JANIbHEHIIIEM OINpEeAeNseT KIIOUeBble HaIpaBICHUs
ONTUMH3AIUK TIpoLlecca MPOM3BOACTBA M 00pabOTKU
CIMHTHIUIATOPOB. [lodydeHHbIe OSKCIepUMEHTAaTbHbIC
JAHHbIE MTOATBEPKAAIOT 3PPEKTUBHOCTH HCIIOIB30BAHUS
MoHokpuctamuioB YAG:Ce,Tb, npu ycnoBun nogbopa ux

TOJIIMHBI W BBICOKOTO  KavyecTBa  00paboOTKH
MIOBEPXHOCTH.
Paboma  npoeedena 6 pamxax  evinonHenus

eocyoapcmeennozo  3a0anusi HUL]  «Kypuamosckuu
UHCIMUMYMY 8 YACMU SbIPAWUBAHUSL CYUHMULTAYUOHHBIX
kpucmannog u 6 pamkax Coenawenus Ne 075-15-2025-
458 ¢ Munucmepcmeom HayKu u evicuieco oOpas3o6anus
P® 6 uacmu ob6pabomxu nosepxnocmu cYuHMuIIAMOPO8
U UX mMecmupogaHus 6 COCmase PEeHM2eHOBCKO20
Odemexkmopa.
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X-ray Stereography

Subach A.A.

Sevchenko Institute of Applied Physics Problems Belarusian State University, Minsk, Belarus

This article presents a methodology for obtaining X-ray stereo images of objects with low X-ray absorption using
laboratory X-ray sources. The method involves capturing two images of the object at different angles relative to the X-
ray beam axis, followed by digital image processing. This approach enabled the reconstruction of a stereoscopic image
of the object and the generation of depth maps.

Key words: X-ray radiation, stereo imaging, X-ray camera.

BBenenune

CoBpeMeHHBIE METOIBI HEPa3pyLIaonIeT0 KOHTPOIISL
UTPAOT KITIOYEBYIO POJIH B PA3IMIHBIX 00IACTAX HAYKU H
TEXHUKH,  oOecreunBas  TOYHYIO  JHACHOCTHKY
BHYTPEHHHX CTPYKTYp OOBEKTOB 0€3 MX MOBPEKICHUS.
OmHUM W3 TakUX METOMOB SBIIETCS PEHTTEHOBCKAs
crepeorpadus — cmocod NOTy4EeHUs TPEXMEPHOTO
M300paKCHUSI BHYTPEHHETO CTPOCHUS OOBEKTa IMyTEM
aHaJW3a TMapbl PEHTTEHOBCKAX CHUMKOB, CHIEIAHHBIX C
Ppa3IU4HbIX PpaKypcos. bnaronaps BBICOKOU
MPOCTPAaHCTBEHHON paspemaronield CrnocoOHOCTH |
BO3MOKHOCTH ~ BH3YaJM3allMd  CKPBITHIX  IE(EKTOB,
pPEHTreHOBCKasi  crepeorpadusi  HaXOJUT  LIMPOKOE
MMPUMCHCHUC B MECIHUIIUHE, MaTeprUalIOBECACHUH,
MIPOMBIIUICHHOHN Ne(EeKTOCKOHY 1 KPIMUHATIHCTHKE.

OObryHO JUI MOMy4YeHust crepeodororpadmueckoro  Puc.l. Cxema nonyuenus penmeeno6cKux CHUMKOS (a) u
PEHTI€HOBCKOTO M300paXKEHHUS UCIIONB3YIOT ABE KaMEPhl  (homozpapusi makema IKCHepUMeHmalbHOU YCMaAHO8KU

W OCYIIECTBIISIFOT TIepeMEIICHIE KaMepbl (6): 1 — ucmounux peHmeeH08CcK020 uiydenus, 2 —
OTHOCHUTENHHO 00bekTa. OJJHAKO HCIIONB30BAHUE BTOPOH  uccaedyemviii 00beKm HA 20HUOMEMPULECKOM CIONUKE;
PEHTI€HOBCKOM KaMepbl WM IepeMelieHne 00beKTa U 3 — 2-D yughposas penmeenosckas xamepa,

KaMephbl 4acTo SBJISIETCS JOPOTOCTOALINM U HEYIOOHBIM.
AnbTEepHaTUBHBIM PELICHUEM SIBJIETCS TOBOPOT CaMOro
0o0BeKTa Ha 3a/IaHHBIA YTOJI, YTO TMO3BOJIAECT TOIYYHUTh
HEOOXOAMMYIO Tapy H300paKeHUH Ui TIOCTPOCHHS
cTepeon3oOpakeHus [ 1], kKak moka3zaHo Ha pUCYHKeE 1.

Ilenp paHHOW pabOTBI COCTOMT B TIPOBEICHHUH
UCCIIeIOBaHU I c MPUMCHEHUEM
KBa3UMOHOXPOMAaTHYECKOTO MCTOYHUKA PEHTTCHOBCKUX
nyuei TS IOJTy4YEHUS PEHTTEHOBCKUX
CTEPEON300pAKEHHI.

C JKcnepuMeHTAIbHAS YacTh
| T —— Jna MOy YECHUS U300paKeHuUs 00BEKTOB
Kamepbi [ ) UCIIOJIF30BAJICS ICTOUYHHK PEHTTCHOBCKHUX Jy4el B BUIE
O : pentreHoBckoit Tpyokn BCB-17 ¢ MemHbIM aHOZOM,
: v;:c:n |/ pabouee HanpsDKEHUE Ha aHOJIE TPYOKH PeryIHpOBaIoCh
\:/ ot 10 o 14 kB, aHoaHEBIH TOK - 0T 4 10 10 MA. B KauecTBe
PEHTT€HOBCKOM KaMephl JJIsI PETUCTPAIINN U300pasKEHHS
ucnomns3oBanack [13C kamepa ¢upmbr Photonic Science
(mogens FDI VHR). Kamepa conepxur [13C-maTpuiy, k
KOTOPO# MPHCOCIMHEHA BOJIOKOHHO-ONTHYECKAs MIai0a
C HaHECEHHBIM CIMHTWILIATOPOM. Pa3mep pabodeii
o0nacTi pEeHTreHOBCKOW Kamephl cocTaBisier 18 x 12

O6vekr

Crepeobasuc
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Mm%, umcno nmkcenedl pasno 4008 x 2670. Pasmep

MUKceIst Kamepsl coctaBisier 4,5 mxM. [Ipu cbemke
00BeKTa HCIONB30BANIACH (PYHKIIMS OWHHHHTA, KOTOPAs
MO3BOJISIET OOBECIUHATh HECKOJIBKO NMUKCEIeH Kamephl B
onuH. CHTHAN, OT BBIICICHHBIX ITUKCENICH CYyMMUPYETCSL.
Ucnonp3oBanoch 3HaueHWe OWHHUHTA, paBHOE 2, YTO

COOTBETCTBYET J((HEKTUBHOMY 3HAUCHHIO pazMepa
MUKCENST 9 MKM.
Hust OTIpeICIICHHS MPOCTPAHCTBEHHON

paspemaronield CriocoOHOCTH KaMepbl ObLI IPOBEICH
aHaJM3 TEHEBOW KapTHUHBI OT 00BbEKTa, KOTOPIH CHIILHO
MOMJIONIAeT PEHTIeHOBCKOE u3iaydeHue. Ha ocHoBaHMU
IAHHOTO aHalM3a YCTAHOBJIEHO, YTO pa3perIaronias
CIOCOOHOCTh KaMephl cocTamisieT okoyo 20 Mkm [2]. B
KauecTBe OOBEKTa HccieloBaHHs Obul BBIOpaH ci1abo
MOTJIOMIAONINA  PEHTTCHOBCKOE H3IyUYeHHE OOBEKT-
muena. Mccmemyemblii 00bEKT Ha TOHHOMETPHUYECKOM
CTONMKE pacroyiarancs Ha paccrosHun 540MM ot
PEHTreHOBCKOM TpyOku. PaccTosiHume oT 00BEKTa 110
PEHTI€HOBCKOW KaMepbl COCTaBISIIO 25MM, TO €CTh
00BEKT pacrojarajicsi BIUIOTHYIO K BBIXOJHOMY OKHY
KaMepsl, Ha pacCTOSHUM 25 MM 1o Hee. Takast reomeTpus
CHEMKH Ha3hIBACTCSI KOHTAKTHOH.

A mocTpoeHHs CTepeom300pakeHHs ITIeIbl B
PEHTI€HOBCKUX JIyyaX OBUIM CHETaHbl P CHUMKOB C
MOBOPOTOM OOBEKTa Ha 5 TPamycoB, DKCIO3HMLUS IIpU
cheMKe coctaBmiia 3¢. Ha pucyHke 2 npencraBieHbl GoTo
I4eNbl B pEHTI€HOBCKUX Jy4ax Ipu noBopote Ha 0, 10 u
30 rpamgycos.

Puc.2. ®omo nuenvi 6 penmeeno8CKUX 1yyax: a — npu
nosopome na () epadycos; 6 — npu nosopome na 10
epaoycos; 6 — npu nosopome Ha 30 epadycos;
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Jlist 00pabOTKH MOTYyUYSHHBIX H300pakeHUH METOIOM
cTepeodoTorpaii  UCMONB30BaIaCh KOMITBIOTEPHAS
nporpamma StereoPhoto Maker. VcXxoaHbIME JaHHBIMH
JUISL TIPOTPaMMBbI SIBJISIFOTCS [IBa W300paKeHUsI, KOTOPbIC
MOJYYEHBl TPU Pa3IMYHBIX YIJIaX MOBOPOTa OOBEKTA.
[MporpamMma cTpoHUT cTepeon300pakeHHEe W aHATIH(BI
oOwekTa. Ha pucyHke 3 moka3aHbl CTEpeOM300paKeHHS
m4ensl  HpU  NOBOPOTE 10 u 30 rpagycos
COOTBETCTBEHHO.

Ha

Puc.3. Cmepeousobpasicenue nuenvl 6 peHmaeHO8CKUX
ayuax: a — npu nogopome Ha 10 epadycos; 6 — npu
nosopome Ha 30 epadycos.

C  moMOmBI0  CHEMHATBHO  Pa3pabOTaHHOTO
HPOrpaMMHOTO obecnieyeHust u3 napbl
CTEpPeOn300pasKeHUN Obu1a MoJTy4eHa Kapra

mucnapatHocTH (disparity map). JlucrapatHocTs — 3TO
Pa3HOCTb MOJOKEHHS OJTHOM U TOH e TOYKH 00BEKTa Ha
JBYX W300paKEHHUSIX, MOJIYUYCHHBIX C PA3IMYHBIX YIJIOB
o630pa (0OBIYHO — C ABYX CTepeoKaMep WId Ipd
moBOpoTe 00beKkTa). MlHa"e TOBOps, 3TO YHCIOBasl Mepa
CMCIICHUST THMKCEJIEH MEXKIY JIEBBIM M IPaBbIM
M300paKeHUSIMU CTepeonapbl. 3HAUCHHUE TUCTIAPATHOCTH
00paTHO MPOMOPIMOHALHO MITYOHHE: YeM OJIMKe 00bEKT
K Kamepe, TeM OoJibllie CMEIICHWE M, COOTBETCTBEHHO,
BBIIIIE JIUCTIIAPATHOCTh, YeM OOBEKT Jaiblle, TeM
CMEILIEHUE MEHBIIIE. DTO MO3BOJISET UCIOIB30BaTh KapTy
JIUCTIAPATHOCTH KaK OCHOBY JJS BOCCTAHOBIICHHS
TpEXMEPHOM reoMeTpuu cleHbl. B yactHOCTH, B ciaydae
PEHTIEHOBCKOH CBHEMKM — JUIsl aHaJIu3a BHYTPEHHEHN
CTPYKTYphl 0O0BeKkTa Oe3 ero paspyuieHus. Takum
obpazom, KapTa JHICTIApAaTHOCTH SIBIISICTCSI
MPOMEXYTOYHBIM, HO KIIFOUYEBBIM 3TAllOM B TOCTPOCHUU
kaptel niyouHsl (depth map) w mocnemyromen
pexoncTpyknun 3D-monmenn obGbekTa. Disparity map,
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I10JIyYEHHast u3 PEHTITEHOBCKOM cTepeonapbl
M300paKeHUs MYETIbl, MPEACTABIICHA Ha PUCYHKE 4.

Disparity Map
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Puc.4. Kapma oucnapammnocmu nuenvi 8 penmeeHo8CKux
JYUax.

Ha Heit Bu3yanm3upoBaHbl OTHOCHTEIBHBIEC TITyOHHBI
pPa3IUYHBIX YYacTKOB OOBEKTa B BHIE I[BETOBOTO
pacnpeneneHus, rae spKOCTh (UM IBET) YKa3bIBaeT Ha
CTEMEeHb CMEMICHUS W, CIIEOBATEIIEHO, PACCTOSHUE 10
Ka)KJ0M TOYKH.

3akiao4eHue
Peann3oBana MeTOAMKA MONYyYCHUS PEHTTCHOBCKHX
CTepeon300pakeHni OOBEKTOB C  HCIOJIb30BaHUEM

1a00paTOPHBIX HMCTOYHMKOB U3IydeHus. Meroauka
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BKJIIOYAET TOJYYCHHE JIBYX M300paKCHUH 00bEKTa M UX
noceAyIomy mudpoByto oOpabotky. B kauectBe
oOBeKTa uccienoBanus BeiOpaHa myena. J{ins o6paboTku

MOJTyYeHHBIX n300paKeHuit METOJIOM
crepeoororpaduu  MCIOIB30BaTIACh  KOMITBIOTEpHAsS
nporpamma  StereoPhoto ~ Maker.  Ha  s3bike

nporpammupoBanus Python paspaborana mnporpamma
00paboTKN cTepeon300pakeHull, KOTOpas IMO3BOJISET
CTPOUTH KapTy IUCIApPaTHOCTH 00beKTa. PeHTreHOBCKas
crepeorpadus MO3BOJIICT pa3nvaTh JeTalu OOBEKTa,
KOTOpbIE OTCYTCTBYIOT Ha €JUHUYHOM HU300paKECHHUH.
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Investigation of the characteristics of scintillation ceramics of the composition

(Gdi-x-y, Yx,Luy)3Al2Ga3012:Ce added with Mg

Tonova L.D.!, Smyslova V.G.2, Dubov V.V.2, Karpyuk P.V.2, Komendo 1.Yu.?

'D. Mendeleev University of Chemical Technology of Russia, Moscow, Russian Federation

2National Research Center “Kurchatov Institute”, Moscow, Russian Federation

The optical, luminescent, and scintillation properties of ceramics with a garnet structure of the composition
(Gd)xyz, Yo, L) 341:Ga301:Cez with and without the addition of Mg®" ions are studied in the article. The effect of Mg**
on the kinetics of scintillation of samples, as well as the introduction of disorder in the garnet structure, was analyzed.
Key words: scintillation, ceramics, cerium, lutetium, garnet, sintering additives.

Beenenne. Ha ceromsmiHnuii eHb 0c000€ MECTO
Cpelly CUMHTHUISITOPOB 3aHUMAET MPOo3pavHas KepaMuKa
Ha OCHOBE COEIMHEHHI CO CTPYKTYpOU rpaHaTa, KOTOpbIe
MPEBOCXOASIT MOHOKPUCTAJUIMYECKHE CHUHTHIUIATOPHI
Omaromapss BO3MOXXHOCTH IIHPOKO BapbHPOBaTh U
YCIOXKHSITh COCTaB, 9YTO OOECHeYnBaeT YIIpaBICHUE
(YHKIIMOHAILHBIMUA XapaKTEPUCTUKAMU U JIOCTHKCHHE
BBICOKOTO BBIXOAA CHUHTHWIULIINHN, OBICTPOW KHHETHKU
BbICBeUMBaHUs. [IpenMyIlecTBOM Takke SBISIOTCA
CHW)KCHHBIE TI0 CPaBHEHHWIO C MOHOKPHUCTAJIAMH
npou3BoacTBeHHBIE 3arpaThl [1]. Kepammka cocraBa
(Gd,Y,Lu)3AlbGaz012:Ce (GYLAGG:Ce) UMEET
BbicOokH cBeTOBBIX0J 30600 doton/M»sB, onHako B ee
KHHETUKE CHUHTWUISAIUN HaOMIONAIOTCS MeJICHHbIE
KOMIIOHEHTBI, YTO  OrpaHMYMBaeT ee  00JacTb
npumenenus [2, 3]. JlermpoBanue xe LuzAl,GazO12:Ce
(LuAG:Ce) vonamn Mg?" yBenuuuBaeT CBETOOTAAYY U
OO0 OBICTPBIX ~ KOMIIOHEHT  CHUHTWJUISLHUH, Kak
MoKa3ajio uccienoBanue [4].

[lpu yBenuuenun koimuectBa Gd** BBeneHHBIX B
KepaMHKy cocTaBa (Gd,Y)3(A1,Ga)s012:Ce
(GYAGG:Ce), muanaszon uzayuenus Ce’" cmemaerca B
CTOpPOHY OOJBIINX JJIUH BOJH [5], HO BMecTe ¢ TeM

YMEHBIIAETCA  MHTEHCHUBHOCTb  JIOMUHECICHLUH U
CBETOBBIXOA  CUMHTWLISANMH [6, 7]. Beemenne Ga’*
OTKPBIBAa€T BO3MOXKHOCTh  YMCHBIIUTH HETaTHBHOE

BO3/IeiiCTBHE HETTYOOKHUX JIOBYIIEK B 3alPELIEHHON 30He
MaTepuana, OJHAKO yBEJIWYEHHE €ro  COJEPKAHMS
OTPHIATENLHO CKa3bIBAETCS HA KAueCTBE CTPYKTYPBI
nonyuaemoro coequnenus [8]. Gd**, Y3', Lu’" sanumaror
JIOJIEKAdIPUIECKOE  TMOJIOKEHHE B KPUCTAUIMYECKOM
crpykrype GYLAGG:Ce, Ga** — retpasapuueckoe [8, 9].
Bapbupys conepkaHue IByX PENKO3EMEIbHBIX HOHOB

51

(Gd**, Y3") npu BHECEHHH B MATpUILy KEPAMUKU HOHOB
Lu**, MOHO TOOUTBCS YITyIIEH s ONITHYECKUX CBOWCTB
0e3 moTepu HMHTEHCHBHOCTH JIFOMHHECUEHIIMH, a TpH
BBCICHUU Mg2+ KaK CIEKaroleld J00aBKU OXKHIAETCS
COKpallleHHe KUHETUKH JIIOMUHECLEHLUMH M BKJajaa
OBICTPBIX KOMIIOHEHT B KHHETHKE JIOMHUHECICHIIUH WU
CUUHTHIUTALIAY.

JlaHHOe uccnenoBaHue HAIIPaBIEHO Ha ONpeeICHUE
BIMAHUS W30BITKAa/HemocTaTka uoHoB Gd3', Ga’' B
kepamuke coctaBa GYLAGG:Ce ¢ no6asnennem Mg?" na
ee JIIOMUHECLIEHTHBIE, ONTHUYECKHE u
CUMHTHJUIALIMOHHBIE CBOMCTRA.

JKcnepuMeHTAIBHAS YaCTh

CuHHTE3 T'HIPOKCOKApOOHATHBIX MPEKYPCOPOB TPEX
cocTaBoB, coaepkamux 1) wm3beitok Gd  2,5%
(Gd2,036Y0,496Lu0,496 C60,0|2A12G33012), 2) HEOAO0CTATOK Ga
2,5% (Gd1,996Y 0,496L10,496Ce0,012A12Gaz,04012), 3)
coBMeCTHBIN N30bITOK Gd 1 HemocTaTok (Ga B KOJTMUECTBE
2,5% xaxnaoro (Gdz,036Y0,496L10,496Ce0,012A12Ga2,04012)
MPOBOAMJIM ~ METOJIOM  COBMECTHOTO  OOpaTHOTO
OCaXKACHHUS C UCTIOJIB30BaHUEM a30THOKUCIIBIX PACTBOPOB
MetaiioB. CMmeceBoit pacteop, conepxkarmid Gd, Y, Lu,
Ce, Al m Ga, mpummMBaIM K pPacTBOPY OCAJUTENS
NH4sHCO3 npu nepemeninBaHuy, CyCleH3UI0 JOBOIAMIN
1o pH = 7,05 —7,15. Ocagok GpuIbTpOBa M U POMEIBAIIH
CMECBIO H3OTPOINUIIOBOTO CIHMPTa M BOJBI Ha BOPOHKE
BroxHepa ¢ wucmonb30BaHHMEM MEMOpPaHHOTO Hacoca H
KkoyObl ByHsena. CymKy 0caakoB TPOBOAWIH IPU
temmnepatype 100°C B Teuenue 8 gacos.

Janee mpekypcopsl TOABEpPrajd  TEPMHUUYECKOMN
00paboTKe B KOPYHIOBBIX THUIJISIX NPH TeMIlepaTypax
850°C-1500°C B Teuenue 2 uyacoB. I3menbueHue
MOPOIIKOB  BBIMIONHSIJIM B IUIAHETAPHOW  IIapOBOM
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menpaulle PM-100, Retsch B crampHbix OapabaHax c
(GyTepoBKOH W3 OKCHIA QIIOMUHHS B cpele
nzonporwiioporo crmpta  (MIIC), ¢ mnpuMeHeHueM
PasMONBHBIX TeJN U3 OKcuaa amoMuHusA. [IpoOst
MOJTy4YEHHBIX CyCIieH3u i oTOHpan JUTS
rpaHyJIOMETPUYECKOro aHaiM3a Ha npubope Mastersizer
2000 mpousBoxcTBa, Malvern. CpenHuii pa3Mep YacTHIL
coctaBwa mopsaka 2 MM (Tabmuna 1). M3mensuéHHbIe
nopomikn cymmau npu 80°C M mpoceuBanu uepes
MOJIMAMETHOE CUTO C pazMepom ssueek 200 MKM.

Mg-copmepKanryio I00aBKy B MTOPOIIKH
GYLAGG:Ce BHOcunu B Buae pactBopa Mg(NOs): ¢
W3BECTHOW KOHIleHTpamuer mo MgO, ompenenéHHoM
METOZIOM TpaBUMETpUHM (HEHOCPEACTBCHHO  Iepen
MpoLEeypoil pacTBOp pa30aBIsUTM H3OIMPONAHOJIOM JI0
0,01 macc.% mo MgO). B kaxneiii COCTaB BHOCHIA
HAaBECKy  pacTBOpa, HCXOOd W3  HEOOXOAMMOTO
comepxanus MOHOB Mg?" 50 mom.ppm. VYcpennenue
MOPOIIKOB €  J00aBKOW MarHusi MPOBOAMIU C
HCTIOIE30BAHNEM PAa3MOJIBHBIX TENl U3 OKCHIA TUPKOHUS
B cpele M30IpONMWIOBOro chnupra. /s Kaxaoro us
COCTaBOB MOJTOTOBMIM 00pa3lbl CpaBHEHUs 0e3
nobasieHus Mg.

[Tocne cymkm mpu Temneparype 80 C, B mopomku
nobaBisin pacTBop mosmBHHMIOBoro cnupta (I1BC),
MOBTOPHO TIPOCEWBATIH M KOMITAKTUPOBAIH METOIOM

OIHOOCHOTO  TPECCOBaHMS €  HCIIOIB30BaHUEM
naboparopHoro mnpecca IIJII'-20 u cranbHON mpecc-
¢bopMBI  KpymJIoro  cedeHHs ~— auaMerpoM 20 MM.

Bopkuranue I1BC npoBoannmu B neun ITJNIABKA mpu
HarpeBaHuu B TeueHue 6 gacos 10 600 C u BBIAECPKKOM
15 MuHYT.

KommakTer cnekanm B aTtMmocdepe KuCIopoma B
TpyOuaroii meun Nabertherm RHTH 80-300/18 mpwu
HarpeBe 10 1720 °C 3a 6 4acoB U BBIICPKKE B TCUCHHE

2 vyacoB. Ilepem  uW3MepeHHEM  ONTHYECKHX U
(hOTOFOMHHECIICHTHBIX ~ XapaKTePUCTHK  00pasilsl
numpoBann  Ha cranke [IOJIMJIAB II12M+ ¢

HCTIOJIb30BaHHEM a0pa3WBHBIX MAaTEPUAIIOB Ha OCHOBE
KapOHJa KpeMHHS W TOJUPOBAIA C MPHMCHCHHEM
aJMa3HbIX CYCIIEH3WH ¢ pasMepaMy yacTil OoT 1 Jo
0,1 mxm. BroemHe 00pa3mbl  MPEenCTaBJISIN  cOOOM
IUIOCKAE JUCKH JKENTOro IBera (MpEeJCTaBICHB Ha
pucyHke 1) pa3HOU cTeneHu MPO3pavyHOCTH.

GYLAGG:Ce GYLAGG:Ce
(-2.5% Ga) (42,5 % Gd, -2,5 % Gn)
P N RN o o Dymmenrerem

GYLAGG:Ce
(+2,5 % Gd)

+41-1 el

|

1

(EEE RSN W

GYLAGG:Ce
(+2.,5 % Gd)
+ MgO
Puc. 1. Brewnuii 6uo 00paszyos pa3iuunbix

€cOCMasos.

PesynbraTs TPaHyJIOMETPUIECKOTO aHaIM3a
npuBeneHsl B Tabmmie 1. YacTumsl mopomika mocie
M3MeJIbYCHUS PacIIpeaeieHbl PABHOMEPHO.

Tabnuya 1. Cpeonue pazmepul uacmuy
usmenvuénnoco nopouika GYLAGG.Ce

GYLAGG:Ce
(2,5 % Ga)
+ MgO

GYLAGG:Ce
(+2,5 % Gd, -2,5 % Ga)
+ MgO

Iopomok | D[4;3], | d(0,1), | d(0,5), | d(0,9),
MKM MKM MKM MKM

GYL:Ce +
2% Gd 4,619 | 0,744 1,811 4,8
GYL:Ce -
2% Ga 3,163 0,847 | 2,305 5,907
GYL:Ce +
2% Gd, - 2,336 | 0,679 1,687 | 4,167
2% Ga

H3mepeHre OMTUYECKOTO MPOIMYCKaHUsS 00pasiioB
npoBommwin Ha crektpodoromerpe Specord Plus,

Analytik Jena ¢ uHTeTpHpYyIOMmEH chepoil B AuaNa3oHE
400-700 HM  (pe3ynbTaThl M3MEPEHUs] IMPOITYyCKaHHS
mpecTaBiieHbl B Tabmuie 2). Hanbombiee npomyckaHue
MIPOIEMOHCTPHPOBAIH 00pasIeL, HMETOIIHE
CTEXHOMETPHUYECKOE OTKIIOHEeHuE -2,5% Ga, +2,5% Gd u
He coxaepxamme MgO. IlpomyckaHue OCTaIbHBIX
oOpa3noB ¢ jgobaBkoi Mg wm 0e3 Heé ObLIO
COIMOCTaBUMbIM, UYTO YKa3bIBA€T Ha HE3HAYUTCIIBHOC
BIIUSIHUEC ,Z[O6aBKI/I Marivsg Ha HX CHEKAaCMOCTb IIpU
JAaHHOM cocTaBe. VIHTCHCHBHOCTh JIOMHUHECIICHIIUH
uccienoBai Ha crekrpodaroopumerpe diroopar-02-
IlaHOpaMa U OIICHHUBAIH B TEOMETPHH «HA MPOCBET» H
«Ha OTPaXEHUE», UTO TAKKE OTPAKEHO B TadIHIIE 2.

Tabruya 2. Benuuunvl nponyckanus u unmencugnocmu gpomoniomunecyenyuu 0opasyoe GYLAGG:Ce.

WutencusHoCcTh OJI 00pasmor
O6pa T (A =550 u™m), % T (A =550 a™m), % OTHOCUTENILHO UHTeHCUBHOCTH DJI
pasell MOJIHOE JTUHeHoe MoHokpuctauia GAGG:Ce*
Ha npocser Ha orpaxxeHue
GYLAGG:Ce
(+2.5% Gd) 56 9 0,77 2,76
G:;ﬁfga(;e 56 8.5 0.81 1,29
-2.5%
GYLAGG:Ce
(+2.5% Gd, -2.5% Ga) 74 63 1,15 1,37
GYLAGG:Ce
(+2,5% Gd) + MgO 56 15 0,51 2,67
GYLAGG:Ce
(-2,5% Ga) + MgO 55 12 0,53 0,90
GYLAGG:Ce
(+2,5% Gd, -2,5% Ga) + MgO >9 17 1,33 0,92

52



Vcnexu 6 Xumuu u XumunecKoi mexuorozuu. JITOM XXXIX. 2025. Ne 4

Ha pucynke 2 mnpuBeneHsl THUIWYHBIE CIEKTPHI
BO30YKICHUS (a) u ucnyckanus (b)
¢poromomunecueniun uona Ce** i 0o6pasuoB B
matpune GYLAGG.
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Puc. 2. CnekTpbl Bo30yxaeHus (a) u ucmyckanus (b)
JIFOMUHECIICHITHH.

Kepamuueckue 00pasipl HCCIEIOBAIN  METOJOM
PEHTTEeHOBCKON nudpaknuu Ha mnpubope D2 Phaser,
Bruker B nmamaszone 26 ot 10 go 90° ¢ marom 0,02°.
AHanmu3 MOJYYEeHHBIX PEHTICHOTpAaMM B MpOrpamme
Jana2006 mo3Bonui paccuuTaTh MapameTpbl PeMETKH U
PEHTTEHOBCKYIO TUIOTHOCTH 00pa3noB (TpUBEACHHI B
tabmune 3).  PesympraThl  moOKazaiw, ~ 4TO  OTH
XapaKTePUCTHKH BapbUPYIOTCS B 3aBUCHMOCTH OT
M30BITKA ¥ HEJOCTaTKa KOMIIOHEHTOB: BBEJICHUE N30BITKA
Gd npuBOHT K pOCTY IapaMeTpa peméTKH.

Tabnuya 3. Pe3ynbmamul penmeenosckoll

ougppaxyuu.
ITapametp PentrenoBckas
CocraB p 3
pemétkn, A | mIoTHOCTB, I/cM
GYLAGG:Ce
(+2.5% Gd) 12,241 6,53
GYLAGG:Ce (-
2.5% Ga) 12,236 6,54
GYLAGG:Ce
(+2,5% Gd, -2,5% 12,248 6,52
Ga)
GYLAGG:Ce
(+2,5% Gd) + 12,243 6,53
MgO
GYLAGG:Ce (-
2.5% Ga) + MeO 12,235 6,54
GYLAGG:Ce
(+2,5% Gd, -2,5% 12,250 6,52
Ga) + MgO
OddexTuBHOC BpeMs 3aTyXaHUs
(OTOMIOMHMHECHICHIINM ~ ONPENeIBUIM 10  KPUBBIM
3aTyXaHWs, TONYYCHHBIM HAa CIEKTPO(IyopuMETpe

Fluotime 250 (PicoQuant) Bo BpeMEHHOM HWHTEpBaie
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1 Mxc. JInst BO30Y»k/IeHUsI HCIIOJIb30BAIA CBETO MO HBIH
WCTOYHHUK C IIMHOH BONHBEI 340 HM M JIUTEIHHOCTHIO
nmiynbea 500 nic. TlomyueHHBIE KMHETUUYEKHUE KpPUBBHIE
anmpPOKCUMHUPOBAIA CYMMOW YeTHIPEX OKCIOHEHT H
paccuuThiBAIK APPEKTUBHOE BPEeMs BBICBEUMBAHHSA IO
MOJTYYCHHBIM TpéM KOHCTaHTaM 3aTyXaHus
momuHecteHIuH. CoriacHO THUCTorpamme (IpHBeeHA
Ha pucyHKe 3), oOpasubl ¢ m36bITKOM 2,5% Gd n

HenoctatkoM  2,5% Ga ¢ pmobaBkoir  MgO
JIEMOHCTPHPYIOT camyro OBICTpYIO KAHETUKY
doromomunectieHnuu (55-60 He).
250
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Puc.3. Bpems 3amyxanus 8 3a8ucumocmu om
usovimrka Gd u nedocmamka Ga.

OTKJIIOHEHHE OT CTEXHOMETPUH  3HAYUTEIHHO
yBennunBaeT 3(Q(QeKTHBHOE BpeMs 3aTyXaHUSA Kak JUIs
obpasnoB 6e3 MgO (+2,5% Gd - 80Hc, -2,5% Ga
- 100 uc), Tak U A 06pa3uoB ¢ nodaskoit MgO (+2,5%
Gd - 157 1c, -2,5% Ga - 222 ue). [lobaBka MgO s
JIAHHBIX COCTABOB YBEIIMYMBAET BpPEeMs 3aTyXaHHUs, 4YTO
NPOTUBOPEYUT  TUIHMYHOMY €€  BIMSHHIO  Ha
JIFOMMHECLEHIUIO TPAHATOB, aKTHBUPOBaHHBIX Ce3™,
CBETOBBIXOJ] CHUHTHUIAIMAKA OOpPAa3IoB  OMPEICIISIIN,
CpaBHHUBAs UX aMILTUTYIHBIC CIIEKTPBI, TIOTyUYEHHbIC TPU
BO30Oyxkaennn  y-ucrounukom ¥’Cs (662 k9B) Ha
CIMHTHJUIAIIMOHHOM ~ CTEHIE C  (POTOIIEKTPOHHBIM
ymHoxureneM Hamamatsu R2059, ¢ ammuuryasbsM
cnektpom otanmoHa Csl (61000 dotonoB/MsB). Ha
OCHOBaHWM aMIUIHTYJIHBIX CIIEKTPOB  00CYKIaeMBIX
COCTaBOB KEPaMHUKH MMOCTPOCHA THCTOrpaMMa 3HAUYCHHI
CBETOBBIXO/1a CUMHTWIISIMI (PUCYHOK 4).
45000
40000
35000
30000
25000
20000

15000

CaeroBbixos, hoToHoB/M>B

10000
5000

0 I . .

+2.5%Gd 2.5%Ga +2.5%Gd, +25%Gd -2.5%Ga +2.5%Gd,
2.5%Ga (+MgO) (+MgO) -2.5%Ga
(tMg0)

Puc. 4. JJluaecpamma 3nauenus ceemosvixooa ois

obpazyoe kepamuxu cocmasa GYLAGG:Ce.

CoracHo MPeCTaBICHHBIM JIaHHBIM,
MaKCHMAIBHBIM CBETOBBIXO HAOMIOIaeTCa Yy 00pasIioB ¢
JIBOMHBIM OTKIIOHEHHEM OT ctexuomeTpuu (+2,5% Gd, -
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2,5% Ga). O0pasel 3TOro xe cocraBa, HO 0e3 100aBKH
MgO umeer cBeroBbIXO[ mnpuMmepHo Ha 10% Beiwe,
OCTUTast ~ 41 500 ¢pororoB/M»3B. CBETOBBIXOL
00pa3oB ¢  HWHIUBUAYAIbHBIM  H30BITKOM WM
HEJIOCTaTKOM KOMIIOHEHTOB ONH30K, U qo0aBienne MgO
B HUX TaKXe MPUBOJNT K YMCHBIIICHUIO CBETOBBIXO/IA.

3akiroueHue
Jlyumumu 3HAYEHUSIMU MPOMYyCKaHus,
HHTEHCUBHOCTH JIFOMHHECLIEHITNH, CBETOBLIXO0/a

CIMHTHIJUAIMN 00agaroT 0o0pasibl C OJHOBPEMEHHBIM
m36biTkoM Gd u Hemoctatkom Ga. JloGaBnenme Mg?*
YCKOPHJIO KHHETHKY JIOMUHECUCHIMU JIMIIb B CIIydae
rpaHata ¢ oOTkIoHeHueM -2,5% Ga, +2,5% Gd, B
OCTAIbHBIX COCTaBax IIOJOKUTEIBHOW TCHICHINU HE
HaOmronanu. CHIDKCHHE CBETOBBIXOJA TIPU BBEICHHU
MOHOB Mg CBA3aHO C TeM, YTO OHM CIIOCOOCTBYIOT
YaCTUYHOMY M3MCHEHHUIO BAJICHTHOTO COCTOSHUS MOHOB
Ce ¢ 3+ na 4+. Honbl Ce*" B cBOW0 ouepelpb SBISIOTCS
JIOBYIIIKAMH DJICKTPOHOB, IMPEIOTBPAINAIOT HMX 3aXBaT
neeKTaMu  pEemIETKH W O0CCIICYMBAIOT  OBICTPYIO
U3JIyYaTebHYI0 peKOMOHMHaIMI. TeM He MeHee, Ipu
BBeneHMH Mg cosnatorcsi nedektel Buga MgMe' u
KOMITICHCHPYIOIINE WX aHWOHHbIe Bakancun VO©,
KOTOpBIC o0ecrneunBaroT 0e3bI3ITyYaTeNIbHYIO
PEKOMOMHAIIMIO C HJIEKTPOHAMH U3 30HBI TPOBOMMOCTH,
YTO CHIDKAET CBETOBBIXO/I.

Buinonneno npu ghunancosoti noooepacke Poccuiickoti
Dedepayuu 6 auye  Murnobprayku  Poccuu,
coenawenue Ne 075-15-2021-1353 om 12 okmsabps 2021
2. Ananumuueckue  UCCIe008aHUS  BLINOIHEHbI  C
UCNOb308aHUEM — HAYyHO20  obopydosanus  LIKII
«HccnedosamenveKkull  XUMUKO-AHATUMUYECKUL  YeHmpP
HUI] «Kypuamosckuii uncmumymy.
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PEHMEEHONIOMUHECYEHYUSL.
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sucmynt, CePMAHOI6IUMUH, JIOMUHEeCYeHYUA,

Luminescent properties of polycrystalline germanoeulytite

Tuzova M.O., Serkina K.S., Bulynko V.S., Stepanova [.V., Runina K.I., Strekalov P.V.

D. Mendeleev University of Chemical Technology of Russia, Moscow, Russian Federation

Samples of polycrystalline germanoeulytite (BisGe3O0;3) were obtained by controlled crystallization of glass powder by
heat treatment with different holding times. This article evaluates the effect of heat treatment duration on the
photoluminescent and X-ray luminescent properties of the synthesized polycrystalline material.

Key words: germanium oxide, metallic bismuth, germanoeulytite, luminescence, X-ray luminescence.

BBenenue. Cucrema OKCHIOB BHCMYTa M Te€pMaHUS
UMeeT MIMPOKYI0 O0NacTh CTEKIOBAaHUS BIUIOTH 10 50
M0i.% Bi;O3, cTekna JaHHOW CHCTEMBI MOTYT OBITh
HCTIONB30BaHEI TUTSL IOy ICHUSI YHHUKaJTHHBIX
KPUCTAIDTHYECKUX ¢basz, KOTOpBIC SIBIISTIOTCS
(YyHKIIMOHAILHBIMUA MaTepuallaMu JJIsl 3JIEKTPOHHBIX U
CUMHTHJUAIMOHHBIX ~ ycTporicTB  [1].  Co3nanue
MOJMKPUCTAITTIECKIX MaTepHaIoB SIBIISICTCS
IIPEKPAacHOM albTEPHATUBOM POCTY MOHOKPHCTAILIOB,
MOCKOJIbKY JIaHHBIH crmoco0 Ooliee TEXHONOTHYEH H
SKOHOMHWYECKH BBITOJIEH [2].

Coornomenue okcnaos 40Bi203:60Ge0,, Bxonsiee
B 001acTe cTeknoo0pa3oBaHHUs B JIaHHOW CHCTEMe,
COOTBETCTBYET COCTaBY CTaOWJIBHOW KPHCTAJUIMIECKOU
¢da3er co crpykrypoit oBmutuHa (BisGe;O12), gTO
MO3BOJIAET CO3[aBaTh U3 CTEKJA MOJUKPUCTAITHUCCKIE
MaTepHaibl Ha OCHOBe OJToi (azpl. Kpucramier c
BBICOKHM COJICPXKAaHUEM BHUCMYTa OOJaIaroT BBICOKOU
panuanyuoHHONW CTOMKOCTBIO, OJarofapss 4YeMmy OHH
HaXoJsT MPUMECHECHHE B TEXHHUKE BBICOKHX JHEPIHid, B
YacTHOCTH, JJI JETeKTUPOBAaHUS PEHTTE€HOBCKOTO
n3nyueHust [3]. DHepreTuyeckue ypOBHU 3JIEKTPOHOB,
NPUHUMAIOIINX YYacTUE B BO30YKIEHUH KaTHOHOB Bi*”,
HPECTABIAIOT Cco00l ocHOBHOE coctostHue ('So) u
yeTblpe  BO30YkIEHHBIX  coctosust  (PPoia,  'Pi).
UsnyuarensHelii  nepexox  SP1—'Sp  mpoumcxomut
Onarojapsi epeKkpbiBanuio yposHs P ¢ ypoBreM 'P; 3a
CYeT CITUH-OPOUTATBHOM CBsI3M [4].

JKcnepuMeHTAIbHAS YACTh

bbutn cHHTE3MPOBaHBI BUCMYTIEpPMaHATHBIC CTEKIIA
n3 mmxThl coctaBa 40[Bi]>—60GeO; (M01.%) (¢ MONTHBIM
3aMeIIeHHEM OKCHIa BHCMYTa HA METALTHYCCKHN
BHUCMYT). CMech MOPOIIKOB okcua repmanus (99,999%)
U MeTayutmaeckoro BucmyTa (99,98%) mpensapurensHO

55

CIIeKalli B KOPYHAOBOM Turie mpu Temneparype 730°C B
TeueHue 6 dacoB. CHEYEHHYIO MIUXTY IUTABUIN MPH
temneparype 1100°C B Teuenue 30 MMHYT, U pacimias
OTJMBAIM Ha METAJUIMYECKYIO TMOJIOXKKY, HpHKUMAas
CBEpPXy BTOpOM MeTauimueckod tuiactuHou. Ilocne
OCTBIBAaHHSI ITOJTYYEHHOE CTEKIIO U3METbYalN 10 pa3Mepa
gactun, He Oosmee 70 MKM, KOHTPOJIb MPOM3BOAMIN
CHTOBBIM aHaJIM30M. [Tomy4enHsbIit TOPOIIOK,
MIOMELICHHBIN B KOPYHIOBYIO JIOJIOUKY,
TepMooOpabaTeiBaIy Ipu Temmneparype 660°C B TeueHue
0,5, 1, 2, 3 m 4 dgacoB i1 TOJIy4YeHHs (a3sl
TepMaHOIBINTHHA BisGesO1. Temmeparypa
TepMHUYECKO 00paboTKM ObLIa BHIOpaHA Ha OCHOBAaHUH
JIaHHBIX O TeMIIepaType KprcTaum3aliu crekina [1].

Jns  uoeHTHQUKAMHM — TIONyYUBIOUXCS — TIOCIHE
TEpMOOOPAaOOTKM  CTEKIa  KpHCTAUIMYecKux (a3
UCTIONB30BANI  peHTreHoga3oBbiii  anamm3  (PDA).

Pentrenorpammel cHuManmu Ha audpaxromerpe Inel
Equinox-2000 co ckopocteio 1 rpamyc/mMuH mpu
BpaieHun obpasia B COOCTBEHHOH MIOCKOCTH. ChEMKY
MPOBOAMWIM B MHTEpBaie yriaoB 20=20-80°, ucnonb3ys
wsnmydenne CuKa ¢ jumHoit Bomubl A=1,5405 A.
[MepBuunoe UHIUIMPOBAHKE TIPOBOIHIIH c
ucnonp3oBanueM Tnporpammbl  MATCH! O6pabotky
OKCICPUMEHTANBHBIX ~ JAaHHBIX M HHTEPIPETALNIO
¢dazoBoro cocraBa HCCIICTyEMBIX 00pasIoB
OCYIIECTBISUTH C TOMOIIBI0 DIIEKTPOHHOTO KaTajora
PCPDFWIN (6a3a JCPDS-ICDD).

Crekrpsl GotomromunecteHyu (OJI) cHumanu npu
yieTpadpuoneroBoM (YD) Bo3Oyxaenun (270 HM) mpu
temnepatype 300 K ¢ momoinpio cnextpoduyopuMerpa
Fluorolog FL3-22 B nuana3one anud BosH 350—700 HM.

CrieKkTpsl PEHTTEHOJIFOMHHECIICHITH (PJD)

3allMChbIBaJIk Ha OIITOBOJIOKOHHOM CIIEKTPOMETPEC
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Opticlnsight OCEAN-HDX-UV-VIS (Ocean Insight).
UctounukoM peHTreHOBcKoro wuamydenuss MoKa (A=
0,7093 HM) cimyXwia pEeHTTEHOBCKas TpyOka MoJenn
BCB29 ¢ monubaeHoBEIM aHOMOM. B miporiecce cheMkH

UCTIONB3yeMasi MOIIHOCTh U3IydeHus cocTtasisuia 1000
Br.

Pentrenorpammst MOy YEHHBIX
MOJUKPUCTAIIIMYECKUX 00pa3loB (puc. 1) He HMET
CTEKJITHHOTO  Tajgo, 4YTO TOBOPUT O  IOJHOH
KpUCTAIUIM3alUX  UcXogHoro  crekna. CpaBHeHHe

pesyapTatoB  PDA  mokazpiBaeT, YTO TPOICHTHOE
conepkanue LeneBoi Qasel repmanolBiutuHa (JCPDS
Ne 34-0416), cymiecTBEeHHO BO3pacTaeT C yBEeIHMUYESHHUEM
BpEMEHH TepMHUecKoi 00paboTku (puc. 2). OmHako,
yBEJIMUEHHE BPEMEHU JI0 4 4acoB HELenecoo0pasHo, T.K.
3HAUUTENFHOTO COKpAIIEHWS KOJNMYECTBa MOOOYHON
(a3kl, 10 CPaBHEHHUIO C 3 yacaMH, HE IPOUCXOIUT.
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Puc. 1. Penmeenozpammol noiyueHHbIX
noaukpucmaiiudecKkux 06pa3u06.
100 -
0. 12099 [ 93]
2 80
o 70
S 70
g 60+ dasbl
,: 501 901 | | 90.7 [ Bi,Ge;0;,
3 40] 280 | 889 ) 0| [ Bi,GeO,
o 3
9 30]| 659
©
8 201
10
0,5 1 2 3 4

Bpems Tepmuyeckon oopaboTku, 4
Puc.2. l'ucmoepammul gvixooa pazvl noayuenuvix
HOMUKPUCTATIIUYECKUX 00pa3yos.

Bce MOJIMKPUCTAIITUIECKHE 00OpasIsl
JIEMOHCTPUPYIOT ~ XapakTepHYI s  KPHUCTaJJIOB
Bi4GesO12 poTonmromunectiennmo B quamnasone 400-710
HM C MaKCUMyMOM OKo0Ji0 510 HM mipu Bo30OYyXJIeHHH HA
e BosiHbl 270 HM (puc. 3). B mponecce Tepmudeckoit
00pabOTKH MOCTENEHHO BOKPYT HOHOB Bi*" TeTpasapamu
[GeOs] dbopmupyeTcss KpHCTALITMYECKOE MoJie, o0pa3ys
CTPYKTYpY repMaHOIBJIUTHHA. B pe3yJbTaTe
U3Jy4YaTelbHON PEKOMOMHALMK MEXIy HoHamu Bi’™ u
O% B JaHHBIX KPUCTAUIAX BO3HHMKAET JIIOMHHECIEHIIUS
[4]. Tlomumo 23TOrO, BJIMSHHE HA WHTEHCUBHOCTh
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JIFOMUHECIICHIINU MOXET OBITh CBSI3aHO
00pasyoIUMHUCS KACIOPOIHBIMU BaKaHCHUSIMHU [5].

[Ipu BO3AEHCTBMM PEHTTEHOBCKOTO  HW3IIyYEHUS
NOJy4eHHble  00pa3libl  JIeMOHCTPUPYIOT — BHIMMYIO
JIOMUHECLEHITUIO ¢ MAKCUMYMOM OKO0JI0 520 HM (pHc. 4).
CIOXKHBIM KOHTYpP CIEKTPOB PEHTTEHOTIOMHHECIICHIIHH
00ycIoBIeH pacierienueM yposHeii °Py, 'Py nonos Bi**
M0/ A€HCTBHEM KPHCTAIUTHYECKOTO OIS,

C
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Puc. 3. Cnexmpoi homomomunecyenyuu noayyenHoix
NOAUKPUCIIATIUYECKUX 00pa3yos
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Puc. 4. Cnexmpul penmeenontomunecyenyuu
NOAYUEHHBIX HOTUKPUCMALTUYECKUX 00paA3YO08

Kak BumHo u3 pucynkoB 3 u 4, MakcuMalbHas
WHTEHCHBHOCTh KaK (DOTONOMUHECHCHIIUH, TaK U
PEHTI€HOIMIOMUHECLIEHIIMM ~ MONlyuyeHa Yy  oOpasua,
TepMOOOpadOTaHHOTO B TedeHHE | dYaca, HECMOTpS Ha
HEONTHMAJIbHOE KOJIMYECTBO (ha3bl TePMaHOABIUTHHA B
HeM. BeposTHO, JIIOMHHECIIEHTHBIE CBOWCTBA 00pa3IoB
3aBHUCAT MIPEUMYIIECTBEHHO oT JIe(PEKTHOCTH
MOTy9aeMoi CTPYKTYPBI TepMaHOABIIMTHHA,
00YCIIOBIIEHHOW HEIOCTaTKOM KHCIOpOAa B HCXOIHON
muxTe. Manblii pasMep YacTHIl IIMXTHI 00ECIICUYHUBACT
JOCTIDKCHHE HEOOXOIUMOH Ne(EeKTHOCTH CTPYKTYPHI 3a
HETIPOJIOJDKUTENTLHOE BpeMsl TepMO0OpabOTKH.

3akiouenue

B pabote ObLIH TTOJTy9CHBI 00pasipl
MOJMKPUCTAUIMYECKOTO ~ MaTephaia Ha  OCHOBE
TepMaHOIBIMTUHA myTeM TepMO0OOPabOTKU

BHCMYTI€pPMaHATHOTO CTEKJISTHHOTO TTOpoInKa mpu t = 660
°C B teuenme 0,5, 1, 2, 3 m 4 wyacoB. Hammuwme
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PEHTTCHOJIIOMHUHECIICHTHBIX CBOICTB y
CUHTE3UPOBAHHOI'O IMOJUKPHUCTATINIMYECKOTO MaTcpualia
CBUACTCIIBCTBYET O BO3MOXXHOCTH €TI0 NPHUMCHCHHA B

npubopax  AIs  JCTEKTHPOBAHUS  PEHTTEHOBCKOTO
U3TYYICHUSL.
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Uepnona E.A., Ctpekanos I1.B., Pynuna K.1., Iletposa O.b.
CuHTe3 U ucc/ieJ0BaHUE CBOMCTB TMOPUAHBIX MATEPHAJIOB M IVIEHOYHBIX CTPYKTYP B CHCTEMe

LiF-Liq
UepHoBa Enena AnekcaHIpoBHa — CTyJCHTKa 1 Kypca MarucTpatrypbl Kadeapbl XUMHUH U TEXHOJOTHH KPHCTAILIOB
¢baxynpTeTa TEXHOJIOTUU HEOPTaHUIECKUX BEIIECTB u BBICOKOTEMITEPATYPHBIX MaTepHaIoB,

lena.chernoval28@gmail.com;

Crpekanos [laBen BuktopoBud — acnupaHT Kaeapbl XUMUAN U TEXHOJOTHH KPUCTAJUIOB, M.H.C. KaQeapsl XUMHUH U
TEXHOJIOTHH KPUCTAJIIOB;

Pynuna Kpucrnna MropeBHa — KaHIUIaT XUMHYECKUX HayK, HAyYHBIH COTPYAHHUK Kadeapbl XUMUH U TEXHOJIOTHH
KPHUCTAILIOB;

[erpoBa Onpra boprcoBHa — TOKTOp XUMHIECKUX HAYK, Ipodeccop Kadeapsl XUMHUN B TEXHOIOTUH KPHCTAJLIOB,;
@I'BOY BO «Poccuiickuil xuMuko-TexHonoruueckuii yausepeuret um. J[.1. Menzneneepay,

Poccus, Mocksa, 125047, Muycckast 1omaab, oM 9.

B oannoii pabome 0Ovin npoussedén cunmes NOPOUWIKOBBIX OP2AHO-HEOPSAHUYECKUX TIOMUHECYECHMHBIX SUOPUOHBIX
mamepuanog 6 cucmeme LiF-Liq. Cunme3 ocyujecmensiica MemoooM COOCANCOEHUSL NPAMBIM U OOPAMHBIM CHOCOOOM.
Cnexmpul 1OMUHecyeHyuu NOIYYeHHbIX 00Pa3y08 XapaKmepuzo8aiucs WUpoxol noiocou 6 ouanasoue 400-600 um.
Hopowixu, noxasasuwiue HauboNbUlee 3HAYEHUE TIOMUHECYeHYUul, Obliu vlOpanbl O NOAYYEeHUs HAECHOYHBIX
CYUHMUITAYUOHHBIX cmpykmyp ¢ mampuyeii [IBC. Cnexmpo-momunecyeHmuulii GHAIU3 20Mosblx NIeHOK NoOmeepou
8bICOKYIO cmenenb dghgexmusHocmu paspabomannslx mamepuanos. MakcumanoHas UHMEHCUBHOCb NIEHOYHO20
obpasya docmuena snavenus npumepno 1.75%107umn./c, umo ceudemenvcmeyem o 6bicOKOM NOMEHYUANE OAHHBIX
KOMNO3UMHBIX MAMEPUanos Oisi OANbHeUuUX UCCIe008aHUll U OMKpbleaen HOGble NYMU COBEPUIEHCIBOBAHUS
COBPEMEHHOU MEeXHUKU PeUCMPAYUY U3TYUeHUll U YCmpoucme omoopasicenus uHghopmayuu.

Kniouesvie cnosa: eubpuonvie mamepuansl,; homonomunecyenyus, pmopuod aumust, 8-oKCUXUHOAMDbL,
CYUHMUTTISINOD, NIEHOYHbIE CIPYKIMYDbL.

Synthesis and research of properties of hybrid materials and film structures in the LiF-Liq

system

Chernova E.A., Strekalov P.V., Runina K.I., Petrova O.B.

D. Mendeleev University of Chemical Technology of Russia, Moscow, Russian Federation

The article discusses the synthesis of powdered organo-inorganic luminescent hybrid materials were synthesized in the
LiF-Liq system. The synthesis was carried out by direct and reverse co-deposition. The luminescence spectra of the
obtained samples were characterized by a wide band in the range of 400-600 nm. The powders showing the highest
luminescence value were selected to produce film scintillation structures with a PVA matrix. The maximum intensity of
the film sample reached a value of approximately 1.75%10" pulses/s, which indicates the high potential of these
composite materials for further research and opens up new ways to improve modern radiation detection technology and
information display devices.

Keywords: hybrid materials, photoluminescence, lithium fluoride, 8-hydroxyquinolates, scintillator; film structures.

BBenenue MaTpHI, TaKkKe MOXKET TIOBBICUTE 3()(HEeKTHBHOCTH

CUMHTHUTSIIIMOHHBIE MaTEPUANIbl UTPAIOT KIIOYEBYI0  OOHApY)KEHUS HOHU3UPYIOMIET0 U3Iy4eHus. Takue
pONib B OOHAPY>KEHUH W PETUCTPAIlMM MOHU3UPYIOUIETO  MaTepUallbl MOTYT 00€CIIEYUTh THOKOCTh B IPOU3BOJICTBE
W3JIy4CHHUs] ¥ HaxXOIAT IIMPOKOE NMPUMEHEHWE B TaKMX  JETEKTOPOB, a TAKXKE VYIyYIIATh MEXaHWUYECKHE |
obnacTax, Kak sJiepHas MEIUIMHA, (U3NKAa BBICOKMX  TEPMHUYECKHUC XapaKTCPUCTHKH.
SHEPIii, paJHallMOHHBIA KOHTPOJIb U Oe30macHOCTh. B Takum o00pa3oM, JalmbHEHWIINE WCCISNOBAaHHUA H
MOCJEHAE TOABI HAaOMIOJaeTcsl PacTyIluil MHTepec K pa3paboTKH B 0OJACTH CHUHTWUIAIIMOHHBIX MAaTEPUATIOB
CO3JIaHMI0 HOBBIX CHMHTHUIALIMOHHBIX MaTepualioB,  MOTYT TIPUBECTH K CO3JaHHIO HOBBIX, Ooiee
0o0nafaronuX yIy4lleHHBIMH CBOMCTBaMH, TaKUMH Kak  I(PQPEKTUBHBIX M HAACKHBIX JETCKTOPOB W CHCTEM
BBICOKAasl CBETOOTAa4ya, KOPOTKOE BpeMs OTKIMKAa, MOHHTOPHHTa, YTO B CBOIO  odepenb  Oyner
XOpOIIIee HEPreTUUECKOe Pa3pelieHne U BOBMOXKHOCTh  CHOCOOCTBOBAaTh IMpOrpeccy B SAAEPHOM MEIUIIMHE,

HUHTETPaLUU B COBPEMEHHBIE JIEKTPOHHBIE CUCTEMBI. 0c30MacHOCTH M HAy4YHBIX HCCICIOBAaHHMAX B 00JacTd
B xoze npenpitymux Hay4dHBIX HcciienoBanuil [1-3]  (U3HKM BBICOKHMX 3HEPTHIL.

HaMu Ob1II0 IIOKA3aHo, 4TO OpraHUYECKUN IKCIepUMEHTAIbHas 4YaCTh

KOOPIUHALMOHHBIA TIOMUHO(GOP S8-OKCHXMHOJST JIUTHS Cunres MIOPOLLIKOB IIPOBOUIICA METOJI0M

CIOCOOCH TPOSIBIIATH BBIPAKCHHBIC CIUHTUJUIAIIMOHHBIE  COOCQKICHHUS U3 BOJHBIX PACTBOPOB T'HIIPOKCHIOB JIUTHS,
CBOICTBA, YTO MO3BOJISIET MPEIOKUTh MPUHUMINAIBHO  BBUIY MPOCTOTHI allapaTypHOTO UCIIOJTHEHHS U BBICOKON
HOBBIH IOIXOM K pa3paboTKe BEICOKOUYBCTBUTCIBHBIX H  CKOPOCTH  TIPOBEACHHUS  IIpoIiecca. Mg ero
9KOHOMUYECKU BBIFOJIHBIX CUMHTWUIALMOHHBIX  OCYLIECTBJIEHMS UCIIOIb30BAIMCH CIENYIOLIIE HCXOAHbIE
MaTEePHAIOB, MPEACTABICHHBIX B BUJC TOHKHX IUICHOK.  PEAKTUBBL: THUAPOKCUA JIUTHS, (TOPUA aMMOHHSA, 8-
Hcnonp3oBanne rTHOPUIHBIX MaTEPHUANIOB, COCTOSIIINX U3 ~ OKCHUXUHOJIMH, STHJIOBBIA CIUPT, OMAMCTHIUTUPOBAHHAS
CUMHTUJUIATOPOB, HEOPraHUYeCKOM M IOJIMMEpPHBIX  BOJa.
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[Ipouecc cunTes3a, pe3yabTaToM KOTOPOrO SBJSUIOCH
BBINIAJICHUE HEPACTBOPUMOIO OCaKa, MPOTEKal IO
JTAHHOW XUMUYECKOU PeaKkIuu:

2LiOH + n Hq + NH4F — LiF |+ n Liq| + NH4OH +
HO (1)

B xonme cuHTe3a ObUIM TOMy4YeHBl THOPHUAHBIE
Matepuanbl (I'M) Ha ocHoBe LiF-Liq mpu cmemeHun
HCXOIHBIX BOJHOTO pacTBOpa THIPOKCHIA JIUTHS,
dTopuga aMMOHUS W PacTBOpa 8-OKCHXHHOIUHA,
IIPUrOTOBJIEHHOI'O B ATaHOJIEe. B mpouecce BappupoBanu
CeNyIOIMe IapaMeTpbl: KOHLEHTpAalUI0 pacTBOpa
TUIPOOKUCH JIUTHS, HCXO/S U3 €€ PACTBOPUMOCTH B BOZE
(0,93M, 1,53M u 1,94M); KOTMYECTBO 8-OKCHXUHOJIMHA
n(8-Hq) or pacu€THOTO 3HAUYCHWS, ONPENEIEHHOTO IIO
ypaBHenuto peakimu (1) (n/4, n/3, n/2); a Takke mOpsIOK
CMEIIICHUsI pearcHTOB — MPSAMOi M o0paTHBIA MeTon. B
cllydae TPsIMOTO CHHTe3a BOIHBIN pacTBOp (Topuma
aMMOHHUS TIPWIIUBAJICS K BOJHOMY PAacTBOPY THIAPOKCHIA
JIUTHSL C TOMOIIBIO AETUTETIHHON BOPOHKH, U HA000POT, B
cirydae obpartaoro. [locne Toro, kak MOJIOBHHA PacTBOPa
THUAPOKCHIA JIUTUS TpopearupoBania ¢  (TOPHIOM
aMMOHHUS, TOCTENEHHO J00aBIISAICS 8-OKCUXWHOJMH,
PacTBOPEHHBIH B ATUIIOBOM CIIUPTE.

B neproM ciydyae oOpa3zoBaBIIUiiCS HEPACTBOPHMBIH
ocallok Obul TPOMUIBTPOBAH C TIOMOIIBIO KOJIOBI
byn3ena, BopoHkn broxHepa M BaKyyMHOI'O Hacoca.
[ToygeHHpIi 0CaOK CHAT ¢ (QUIbTpa M TIOMEIIEH B
MJIACTUKOBBIA KOHTENHHED.

Bo BTOpoM ciydae (oOpaTHas MeETOIUKa CHHTE3a)
BBUOYy OoJice BOJHOTO pPACTBOpa IIOCIEC MPOBEICHHUS
cUHTe3a B TeueHue | yaca ObII0 MPOBEIEHO OTCTauBaHUE,
a 3aTeM OTJEJIEHUE MAaTOYHOro pacrtBopa. IlomydeHHBbIN
0CaJIOK HM3BJICYEH U3 IUIACTHKOBOM TYOBI U MOMEHIEH B
ITaCTUKOBBIN KOHTeHHep. I1ocie yero Bce 0Opasibl ObuH
IIOCTAaBIEHBl B II€Yb Ha CYIIKy Ha 3 u4aca IpHu
temneparype 45-50 °C.

W3 cuHTe3npoBaHHBIX HA HaYaIbHOM dTare ['M Obum
BBIOpaHBl Te, KOTOphIE TOKAa3aJid  HAUOOJNBIIYIO
WHTEHCHBHOCTh  JIOMUHecHeHnuu.  [lamee — ObDia
MOArOTOBJIEHA TMOJIMMEPHAs MaTpulla € Pa3IMYHbIMU
00BEMHBIMU KOHIIeHTparusMu (7 06.% 1 9 06.%) [IBC B
40 ™Mm BOAHOTO pacTBOpa J3TaHOJNA B PA3TUIHBIX
COOTHOIICHUSX. BEIOpaHHbIC TOPOIITKU ObLTH T0OABIICHBI
k [IBC — matpuiie u noctaBiieHbl B Y3 — BAHHOUKY.

C nmomonrsio BopoHKH broxnepa, konOsl byHzeHa u
BaKyyMHOI'OHacoca MOJYYWIN IJIEHOYHbIE MaTepHallbl
METOOM BaKyyMHOH ¢uinbsTpannu. B Boponky broxuepa
OBUIA IIOMELIEHB! JIABCAHOBBIM M CETYATHIM TKAHEBBIM
(GUIBTp B pa3NMYHBIX BapHalusix. B yaBcane crenaHbl
TOYeUHBIE OTBepcTHs s Oomee  3ddexkTuBHOI
¢upTpanyy.

B mepBoii cepun nosrydueHns mi€HOK pactBop I'M -
[IBC HaHOcmiICA TOKAanenbHO TOHKHM CJIOEM B LIEHTp
¢wipTpa, QUIBTpOBaNCS, 3aTeM MPOCYIIMBAICS B
Te4eHue 3-5 MUHYT [0 3aTBEpAECBaHMA, IOCIE YEro
HAHOCUJIOCH elle 2-3 CJI0sl TAKUM K€ CIIOCOOOM.

Bo BTopoii cepun pactBop I'M - [IBC pacnpenemnsiics
o BceMy 00BEMY BOPOHKH B OOJIBIIEM KOJHYECTBE IO
CpaBHEHHUIO ¢ mepBoi cepueid. PactBop dunbrpoBacs, a
Ha MOBEPXHOCTH (PHUIIBTPA OCTABATACh TOHKAS IIEHOYHAS
CTPYKTypa, KOTOpas TakXe CyLIWwlach MpUd IOMOILIU
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JIAMITHl HAKaJMBAHUS B T€UYCHHE 5-6 MUHYT, IOCIIE YETO
HaHOCWJICS BTOPOH CJION TUIEHKH.

Jis M3y4eHus CIEKTPAIbHBIX XapaKTEPHUCTHK BCEX
00pasnos HCTIONB30BAJICS CHEKTPaIBLHO-
JIOMUHECLIEHTHBI aHajdu3 ¢ MOMOILbI0 (IF0OpUMETpa
Fluorolog 3D (Horiba, JobinYvon)B crekTpaibHOM
muanazone  400-700 ©M, and  BO30YXKICHHS Oblua
WCIONIb30BaHa KCEHOHOBas jamma Xenon 450W Ushio
UXL-450S/0 ¢ nmuuodt Bomubl 370 HM. CbeMKky
CHEKTPOB JIIOMHHECIEHTHBIX THOPHUIHBIX ITOPOIIKOB
MIPOM3BOAMIM MPYU KOMHATHBIX ycloBHsAX. OOpaboTKy u
aHAIM3  JAHHBIX  OCYUIECTBISUIM  HpPU  MIOMOIIH
nporpammuoro obecriedenus OriginPro8.

Crektpsl  portomromunectieHmu (DJI) ruOpUIHBIX
MmaTtepuanoB B cucreme LiF-Liq xapaxtepusyrorcs
mUpoKor monocot B nuamazone 400 — 600 HM.
MaxkcuMyM JTIOMHUHECHCHINA HAaXOMUTCS B OONACTH Ha
449 um (puc. 1(a)). Ha puc. 1(a) nporeMoHCTpUpOBaHBI
cnexTpsl 00pasnos LiF-Liq, CHHTE3UpOBaHHBIX MPSIMBIM
MetoqioM, ¢ n(8-Hq) = 1/4 u pa3InIHBIME BapHaIUSIMHA
KOHLIeHTpauuii  ucxomgHoro LiOH. Habmonaercs
3aKOHOMEpHOE CHIDKEHUE WHTEHCUBHOCTHU
JIOMUHECIICHITUH ¢ YMEHbIIeHHeM KoHIeHTparuii LiOH.
OmHAKO TIPH TAaKUX XK€ €r0 3HAUYEHHAX, HO I 00pas3IoB
¢ n(8-Hq) = 1/3 u n(8-Hq )= 1/2, tengenuus He
COXpAHSETCsI, W MPOMCXOAUT YBEIHUCHUE ITOKa3aTenel
WHTEHCUBHOCTH.

[IpoananuzupoBas MONTyYeHHbBIE JTaHHbBIE
CHEKTPATBHO-IIOMUHECIICHTHOTO ~ aHal|3a,  MOXKHO
CKa3aTh, YTO HA HTEHCUBHOCTH JIIOMUHECIICHITIH BIIUSECT
KOHIIGHTpalMsg  HMCXOAHOTO  THIPOKCHAA  JIUTHS,
KOJIMYECTBO 8-OKCUXHMHOJIIMHA W TOPAJOK IMOJIa4u
pearenroB. CTOMT O0OpaTHTh BHHMaHHE Ha TO, YTO
HaubOosiee  ymayHbIM  oOpasiioMm  sABisieTcs M,
MONyYEHHBI MPSMBIM ~ METOJIOM  COOCQXKIEHHUS C
HOMUHAJIBHEIM COICp)KaHHeM TuApokcuaa mutus 1,54 M
u n(8-Hq)=1/4. UnterncuBHOoCcTh DJI 00pasma paBHsIeTCS
5,95%10° umm./c.

OO0pa3npl, TNONydeHHBIE OOpPAaTHBIM  METOIOM
COOCAXIEHMs, TIOKa3zaiu  ciuabble  CIIEKTpalbHBIC
XapaKTEPUCTHKH, TIOATOMY B PaMKax JaHHOW paOdoTe MbI
ux He paccMmatpuBaeM. OOpaTHBII METOH CHHTE3a
MpEAIoIaracT HCTIONIb30BAHUE 3HAYUTETHFHOTO
KOJIMYECTBA BOJBI B KauyecTBE PEAKIMOHHON Cpelbl.
Bonnas ¢aza MoxeT cnocoOCTBOBAaTh BBIMBIBAHHUIO
OpPraHUYECKOT0 JIIOMUHO(POPA — 8-OKCHXHHOJISITA JTUTHS —
U3 CTPYKTYpbl MaTepuaysia. JTO CBS3aHO C €ro
OTpaHUYEHHOU YCTOWYUBOCTHIO B MTOJIIPHBIX
PacTBOPUTENAX, YTO NPUBOJUT K YaCTUUHOM JecopOLuu
WIH JJa’kKe PasIoKEHHIO KOMILIEKCa.

CpaBHHBasi HOpMUPOBAHHEIE CTIEKTPHI (puc. 1(6)), co
CHEKTPOM MOPOIIKOBOTO mpemnapata Liq, MOXKHO cKa3aTb,
YTO IIMPOKas 10JI0ca JIOMUHECUEHIIMY PAKTUYEeCKHU He
CcMeleHa OTHOCUTENBHO Liq (Amax=450 HM).

ITocne U3YYEHUS CIEKTPATBHBIX JAHHBIX
nonay4eHHbIX ['M 1 onpeneneHus 00pa3ioB ¢ HamTy e
WHTEHCHBHOCTBIO  JIOMHHECHEHIWH, HaMH  OBUIN
CHUHTE3UPOBAHBl IIEHOYHBIE CTPYKTYpHl Ha OCHOBE
BbIOpanHbX ['M ¢ marpuiieii [IBC. [lon6upas MmeToauky
HAWIYYIIero MOMyYeHUs TUIEHOK, MEPBBIC YETHIPE CEPHU
MOJyYadd C MOMOIIBI0 TKaHEBOro (HIBTPa M JaBCaHa.
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OO0pas3ell, MoJIy9eHHBIN MPSMBIM METOJIOM COOCAKICHHS
C HOMHUHAJIBHBIM COJIEp)KaHHEeM THIpoKcuaa autusa 1,54
M u n(8-Hq)=1/4, mokazaBmmii  HauOOJIBIIYIO
WHTEHCUBHOCTh JIIOMHUHECICHINH, OBUT BEIOpaH B
KadecTBe JroMuHO(Opa. MaccoBbie KoHIIeHTparwu ['M B
BC coctasuinu 20 % u 8%.
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Pucynox 1. Cnexmput niomunecyenyuu I'M 6 cucmeme
LiF-Lig— (a); nopmuposanuvie — (6).

Martepuaiiom c HAWTY4IIIM nokaszaTesiem
WHTEHCUBHOCTH SIBJIIETCSI TOT, YTO IoJyyeH ¢ 8 mac.%
I'M u 7 06.% IIBC, pacTBOpeHHOTO B BOJHOM PacTBOpE
stanona (25/75%). THTEeHCUBHOCTH €r0 TIOMUHECIICHITH
paBusercs 1,66x107umL/c., a MAKCMMYM IJIMHEI BOJIHBI
HaxoauTcs B oosact 460 HM (puc. 2(a)).

Ha HopMupOBaHHBIX CHIEKTpax, MOKa3aHHBIX HA PHUC.
2(0), O4eBWAHO, YTO JJIMHA BOJHBI BCEX IOJYYCHHBIX
IUIEHOYHBIX ~ MAaTepualioB  CcMelleHa B Ooiee
JUITMHHOBOJTHOBYIO 00J71aCTh OTHOCHUTENILHO HCXOJHOTO
Lig w wucxogaoro I'M nmo 3Hauenms 460 HM.
HabOmogaempiii  0aTOXpOMHBIM cIBUT  (CMEIICHHE B
JUIMHHOBOJIHOBYIO 00jacth, ~460 HM) B CHEKTpax
JIFOMUHECIICHITUT TUIEHOYHBIX MaTepHalioB 1o
CpaBHEHHIO ¢ UCXOMHbIMH KommoHeHTamu (Liq u '™ no
00pabOTKH) OOYCJOBJACH  BJIHMSHHEM  ITOJUMEPHOM
Mmatpunsl (I1IBC).

[Tocne mpoBeneHus MNepBO CepUH  MOTYUYEHHS
IUIEHOK OBUIO 3aMe4eHo, YTO Hawbojee yAadyHble U
TOHKHE 00pas3Ibl MOJYYIalOTCsl Ha JIABCAHOBOM (DHIIBTpE.
Takum o0pa3oMm, NONY4YHIIOCH €lI€ YeThIpe IUIEHKH, /BE
M3 KOTOPBIX CO3JaBalMCh IOKAmegbHO, MpPOCYIIMBas
KaXIbIi CIOM, a JApyrue JBE€ paBHOMEPHBIM
pacnpenenennem pacteopa ['M — I[IBC mo Bcent
MMOBEPXHOCTH BOPOHKH.

WNHTeHcMBHOCTD noMuHecueHuun, uMmn./c.
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Pucynoxk 2. Cnexkmpul nromunecyenyuu niéHox 6
cucmeme LiF-Lig ¢ mampuyeii IIBC (706.%) — (a);

Hopmuposarvie — (0).

1 -7 06. % IIBC, 600nbiii pacmeop smanona (25/75%),

I'M 20 mace. %

2 —706. % IIBC, s00uwiii pacmeop smanona (25/75%),

Puc.3(a) sBnsieTcs TOATBEPXKICHUEM TOTO,
BTOpast
¢unpTpanuu
MaxkcuManbHYO

C

I'M 8 mace. %

9TO

IIOMOIIBI0  BaKyyMHOU
Oonee YCHEITHOM.

JIFOMHHECIICHITHH,

epusi IUIEHOK C
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HMHTCHCHUBHOCTb

koTopas cocranser 1,75x107umm./c, mpossiser obpasen
¢ koHnentpanueit I'M 10 mac.% u koHuentpauueii [IBC
7 06. %, pacTBOPEHHOTO BOJHOM pAacTBOpPE OSTaHOIA

(50/50%).
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e LiF-L1Q #3 N(HQ)=1/4_C=0.93M_np_Hopm
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Pucynok 3. Cnexmpul nomunecyenyuu niéHokK 8
cucmeme LiF-Lig ¢ mampuyeii [IBC (706.%) — (a);
HopmuposanHvie — (0).

1 — 7 06. % IIBC, 600Hnvtii pacmeop smarnoaa (50/50%,),
I'M 10 macc. % (saxyym. punompayusi + nokaneibHo)
2 —706. % IIBC, 600nviil pacmeop smanona (50/50%),
I'M 10 macc. % (1 cnot, sakyym. punompayus)

Ha nopmupoBanHbIX criektpax (puc. 3 (6)) BHUAHO,
YTO CIIEKTPBI BCEX MONYUYCHHBIX TUIEHOYHBIX MATECPHAIOB
CMellleHbl B 0oJiee JTTMHHOBOJIHOBYIO 00acTh (465 HM)
OTHOCHTEIHFHO UCXOJHOTO Liq M MCXOIHOTO THOPHIHOTO
MaTepuana.  JlaHHOe  CMEIIEHHWE  CIEKTpa B
JUTHHHOBOJIHYIO O0JIaCTh MOXKHO OOBSICHUTH BIIMSIHUEM

nommmeprHort  matpunbl  ([IBC) nHa opranmueckwii
TmoMuHO(DOD.
3akiaoueHune

B xome maHHOW pabGoThl ObLT MPOW3BEACH CHHTE3
OpraHoO-HCOPTaHNUYCCKUX JIIOMUHCCHECHTHBIX FI/I6pI/Il]HI)IX
MaTepUaioB ¢ PTOPUIHON HEOPTAaHMYECKOW MaTpHIIeH B
cucteme LiF-Lig. YcraHOBJIGHO, YTO MaKCHMAIbHBIC
MOKA3aTeId  WHTCHCUBHOCTEH  CBEUEHHs, pPaBHYIO

61

5,95%10° umm./c u 4,1x10° umr./c, MPOAEMOHCTPUPOBAIN
obpasuer cocraBa LiF-Liq w3 Hq(n/4) ¢ HavanpHOU
KOHLIEHTpanusi ruapokcuaa nutus 1,54M u 0,93M
COOTBETCTBEHHO. UTO MOKET TOBOPHTH O TOM, YTO
U3MEHEHUE  KOHICHTPAIlMA  HMCXOIHBIX  PEarcHTOB
CYILIECTBEHHO BIIHSICT Ha 3¢ PEKTUBHOCTD
CBETOM3ITyYAOIIIX CBOICTB MaTepHaa.

Ha ocHOBe BEIOpaHHBIX MaT€pPHaioB ObUIN MOTY4EHBI
IUIEHOYHBIE — O0paslbl  Pa3IMYHBIMH  METOIUKAMH,
HamOoJiee ylayHON oOKa3allach BaKyyMHas (DMIIbTparus
Ha JIaBCAHOBOM (HIIBTpE.

CIeKTpO-TIOMUHECIICHTHBI ~ aHaIW3  TOTOBBIX
TUIEHOK TIOATBEPIIII BBHICOKYIO CTENEeHb 3(peKTHBHOCTH
pa3paboTaHHBIX MaTepHaJIOB. MakcumansHas
WHTEHCHBHOCTh  IUIGHOYHOTO  0o0pas3la  JIOCTHIIA
3HAYCHUS TIPUMEPHO 1,75x107  wmmr/c, 4TO
CBUJICTETILCTBYET O BBICOKOM TIIOTEHIHAIE JaHHBIX
THOPUIHBIX MaTepHaIoB JUTSL JATbHEHIINX
HCCIICIOBAHUH U MPAKTUIECKOTO IPUMCHEHHS.

Cnucok JuTepaTypbl

1. TlomyuyeHre HOBOTO IUIEHOYHOI'O CIIMHTHILISITOPA
Ha OCHOBe (8-okcuxuHonsATa) jutus / Pynmna K.,
3pikoBa C.C., Crpekano I1.B. [u ap.] // Crexno wu
kepamuka. — 2022. — T.95, Nel2. — C. 56-62.

2. HoBbIli MI€HOYHBIN CUMHTHIUIATOP HA OCHOBE (8-
okcuxuHonsaTa) nutuss / PynmnaK.U., 3eikoBa C.C.,
Crpekasior I1.B. [m np.] // Marepunaner XXVIII
MEXKIYHAPOIHOM KoH(pepeHIHH «OnTHKa u
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44-48.
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C. 67-69.
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Structure study of heptabutyl ester of aquacyanocobiric acid film on the surface of quartz substrate

Shablov Y.S.!, Roshchin B.S.!, Nuzhdin A.D.!, Volkov Yu.O.!, Asadchikov V.E.!, Mayorova L.A.2

INational Research Centre «Kurchatov Institute», Moscow, Russian Federation

?Federal Research Center “Computer Science and Control”, Russian Academy of Sciences, Moscow, Russian
Federation

The paper presents the data of X-ray reflectometry and scattering under sliding incidence conditions for Langmuir-
Schaefer film of vitamin B> derivative - heptabutyl ester of aquacyanocobirinic acid formed on a substrate.

Key words: X-ray reflectometry, X-ray scattering, thin films, Langmuir-Schaefer films, supramolecular structures,
organometallic compounds.

BBeaenune
I'entaGyTunoBeiit  3¢up axBanMaHOKOOHMPHHOBOM
KHUCJIOTHI (F'6DAILIKK) - MOJIyCUHTETHUECKOE

coeMHeHHe —TIpom3BojHOe BuUTamuHa B12 (Puc. 1.)
MpPEICTaBILIET OCOOBI  HWHTEpPEeC Kak  BEHmIEeCTBO,
WCTIONB3yeMoe  JJIsl  CO3JaHusl  (PYHKIMOHAIBHBIX

MaTepUaoB. [Mono6ubIe MeETaJIJIOPraHUYEeCKue
COEIMHEHUS o0magator YHUKAJIbHBIMH
KaTaJUTUIECCKUMU, CEHCOPHBIMH "

(hapMaKoOJIOrMYEeCKUMH CBOMCTBAMHM H3-3a YEro OHHU
MOTYT INPUMEHATBCS B  KadecTBE  KOMIIOHEHTa
HMOHOCEJIEKTUBHBIX 3JIEKTPOJIOB, & UX CHOCOOHOCTH K Puc.1. Cmpyrmyphvie popmynsl ucxoono2o coeounenus

caMOCOOpKE B HAHOPA3MEPHBIE CTPYKTYPhI OTKPBIBAET yuanoxobaramuna (4) u 2enmadymunoeozo s¢hupa
MEepPCIEeKTUBBl  JUIsl  CO3JAaHUA HOBBIX  IOKOJICHUH axsayuanoxkobupunosoi kuciomsl (B). X = CN-, X; =
MarepuasoB u ycrpoiicts [1-3]. H>0, X;=CN.

KiroueBbIM 3TanioM B W3Y4Y€HHMH W NPUMEHEHHH B nanHoil paboTe B KauecTBe TaKOro MeToJa ObLIN

TAKHMX CHCTEM SIBISAETCA (hOPMUPOBAHME YIOPAIOUEHHBIX ~ UCIIONB30BAHbBl PEHTICHOBCKas peduekromerpus [6] u
TOHKHMX IUIGHOK C KOHTPOJUPYEMOH apXUTeKTypoil. B~ PAacCesHHUE B yCIOBUSIX CKOJNb3sIEro najienus [7]. Takoii
3TOM KOHTeKcTe TexHosorus Jlenrmiopa-binomxeTT MNOAXOM B MCCIICIOBAHUH CTPYKTYP IITICHOYHBIX CTPYKTYP
MO3BOJISIET YIPABIATH YITAKOBKOM MOJIEKYJ Ha TPaHUIIE obecnieunBaeT ACTAIBbHYIO XapaKTEPUCTUKY ux
paszena cy6(asza-Bo3ayx, GOpPMUPOBATE HAHOCTPYKTYpsl ~ 1aPaMETPOB, TAKHUX KaK: TOJIIMHA CJIOs, PacIpe/ielIeHNe

U IIEPEHOCUTH UX Ha TBEP/bIE IIOJIOXKKH [4, 5]. IUIOTHOCTH MO TIOyOMHE W IIEpOXOBATOCTH TPaHMII
Hnst II0JIHOT'O IIOHMMAaHUs MEXaHU3MOB paszcia.

caMoOpraHu3anuu U ONTUMM3ALU IIPOLIECCOB IKCNePUMEHTAILHAS YaCTh

¢dbopMHpOBaHMS M  HAHECEHHs IUIEHOK JIaHHOTO JUtsl IeTanbHOrO HCCIICIOBAHUS CTPYKTYPhI CIIOCB

COCIMHEHMsI HAa TBEPIAbIE M JKUIKHE IOJJIOKKHU IJIEHOK Ha TIpaHUlax pasjena BelecTB Hauboiee
HEOOXO0IMMO MCTIOJB30BaTh HEPa3pyIIAIONIMe U B TO ke ~ WHYOPMATHBHBIMH SIBISIOTCS METOAbl PECHTTCHOBCKOM
BpeMs  UYYBCTBUTENIBHBIE  METOABl  HCCIICIOBAHMUS pedexromeTpun u MaJIOyIrI0BOTO paccesnna
MIOBEPXHOCTEH, CMOCOOHBIE ONpEAENsTh H3MEHeHMs ~ PEHTTCHOBCKUX JIy4e€il IPH CKONB3SIIEM MajiCHAH. DTH

CTPYKTYPHI BEIIECTBA HA MOJIEKYJISIPHOM YPOBHE. B3aUMOJOIOJHAOIINE MCTOAbl MO3BOJIAIOT II0JTYy4YaTb
YHUKAJIbHYIO HH(bOpMaHHIO O TOJIOWHE U SHGKTPOHHOﬁ
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[UIOTHOCTH CTPYKTYP C HaHOMETPOBBIM pa3pelieHHEM.
Ioxxonm pedekToMeTpUM OCHOBaH HAa W3MEPCHHUH
OTPaKEHHOTO OT 00pa3la PEeHTIEHOBCKOTO H3JTy4YeHHUs U
aHaM3e ero yrioBoi 3aBucuMocTH R(0). OdeBumHO, 9TO
W3MEHEHHSI CTPYKTYpPhI, COIIOCTABHMBIE IO pa3MepaMm ¢
JUIMHOM BOJIHBI TMAJAIOIIEr0 HM3Iy4YeHUs, OyIyT BHOCHUTBH
n3MeHeHus B 3aBucuMocTh R(0). [Tpy momorm cpaBHEHUS
TCOPETHYCCKH PACCUUTAHHON KPUBOM OTPaXKCHHS W
SKCIICPUMEHTAIILHOH MOXKHO BOCCTAHOBUTH CTPYKTYPY
uccieayeMoro oopasua. st perieHus oOpaTHOM 3amaun
CYILLIECTBYET HECKOJBKO MOJXOAOB, TMPU 3TOM B JaHHOM
paboTe KCIONB30BANICS MOJCIBHO-HE3aBUCUMBIA TIOIXO

[6].

KoadduuneHT oTpaxeHus
-
o

-8
10 L L 1 L L

00 05 10 15

6 [°]

Puc. 2. Dxcnepumenmanvhuie (mouxu) u
CMOOeTUPOBARHbLe (TUHUL) YeNosble 3A8UCUMOCTIU
K03 puyuenma ompasicenuss 0 UCC1e008AHHO20

oopazya JIL naenxu I'62ALKK na keapyesoti
HOON0JICKe, NOJYUEHHble CPA3y NOCAE NPUSOMOBTICHUSL
obpazya (1) u cnycms 6 mecayes (2).
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Puc. 3. IIpoghunu oeticmsumenvroii yacmu
OUBNIEKMPUYECKOU NPOHUYAEMOCMU 0151 UCCTE008AHHO20
oopazya JIL naenxku I'6DALKK na keapyesoti
NOOI0HCKE, 80CCMAHOBIEHHbLE NO OAHHbIM
PEHM2EHOBCKOU peqhleKmoMempul, NOYYEeHHbIM CPa3y
nocie npueomosnenus oopasya (1), cnycms noneooa (2).

OKcrepuMeHTalbHass  pabdoTa MpOBOIIIIACE HA
ycranoBke JIPIIl ¢ moABMKHON CHCTEMOW HCTOYHUK-
JICTEKTOP, OCHAIIEHHBIM pEHTTCHOBCKOH TpyOKoil ¢
MEJHBIM aHoAOM, MoHoxpomatopoM Si(111) (smeprus
usnydenns 8048 B, muna Bomubl A = 1.5405 £ 0.1 A),
TPEXIIENEBOH  CHUCTEMOM  KOJUIMMAlLlUM,  YIJIOBBIMU
JaTYuKaMU WHAYKIUOHHBIMH  PEIYyKTOCHHAMH,
CHUHTHIUBIOUOHHBIM AetekTopoM SCSD4 (Radicon) u
TUHEHHBIM fetekTopoM Mythen2 (Dectris).

Uccnenyemsiii o6paser; ObUT PUTOTOBIEH METOIOM
Jlearmropa-llledepa (JILL) u3 cinoeB, chopMUPOBAHHBIX
Ha BogHOW cyOdaze wu3 pacrBopa [6DALIKK B
xaopopopme (C=8.5-10° M) M mNepeHeCeHHBIX Ha
KBapLEBYIO MOAJIOKKY.

500
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Pe3yabTathl

VYrnoBasi 3aBUCHUMOCTH KOI((GUIIMEHTa OTPAKCHHUS
IUTSL IiCCIeqyeMoro o0pasma, MoIydIeHHBIE ¢ pa3HHUIIEH 1Mo
BpeMeHU 6 MecsIeB, MpeacTaBieHbl Ha puc. 2. [Tuku Ha

KpUBOM  YKa3bIBalOT Ha  HAJIW4YME  CTaOWIbHOM

MEePUOANYECKON CTPYKTYyphl B oOpasue. I[lo maHHBIM

KPUBBIM ObuTH BOCCTaHOBJICHBI npouH

JICHCTBUTEIILHOM qacTu JIABJIEKTPUUECKON

MIPOHUIIAEMOCTH, IPEICTAaBICHHBIEC HA PUC. 3.
3akJaouenue

[To pmaHHBIM pEHTreHOBCKOW  pediexToMeTpuw,
MOJlyYeHHBIM C pa3HHLEd MO BpeMEHH B 6 MecsdleB,
ycTaHoBieHo Hammuune B meHke ['0DALIKK, HaneceHHoM
Ha KBapIlEBYIO MOJIOKKY, CTAOMIHOW TEePHOIMYSCKOM
CTPYKTYPHI U3 8 CJIOEB, C IEPUOJUIHOCTHIO B 3.9 HM.

Paboma nposeoena 6 pamkax gvinonnenus
eocyoapcmeennoeo 3adanus HUL] « Kypuamosckuil
UHCTMUMYMY 8 YaACMU PEeHM2eHOBCKUX UCCAe008aHUL U 8
pamxax Coenawenua Ne 075-15-2025-458 ¢
Munucmepcmeom Hayku u evicuieco oopazosanusi PO ¢
yacmu 06paboOmKU IKCNEPUMEHMATILHBIX OAHHBIX, d
maxoice 8 pamkax komniekcHou memvl 3O-KUD ¢
yacmu HACMpoUKu 060pyO008aHUsL OO UCCAedYeMble
obwvexmvl u epanma PH® 20-12-00175-n, UT'XTY &
uacmu npu2omMoeGieHUs 00pazyos. Aemopul vipasicarom
bnazooaprnocmo Jlepesenvkosy U.A. 3a cunmes
UCCNE008ANHO20 COCOUHEHUSI.
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