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Brapyvyp Muxaiinosua Kanesckuit
ponucs 6 mast 1948 roa B . Mockse.

B.M. KaneBckuit B 2013 1. 3ammTin
IVICCEPTALMIO Ha COVICKaHME YYEeHON CTe-
IeHN JOKTOpa (PU3MKO-MaTeMaTI9ecKyX
HayK Ha TeMy «IloBepXHOCTHBbI€ AB/IEHUA 1
HaHOpasMepHble 3P QeKTh IpM KpUCTas-
JIU3ALMY B TeTepO(asHbIX CUCTEMAX.

B.M. KaHeBcknil — Befyluit yde-
HBIII B 00/1aCTN MCCIeoBaHusA PpU3NKu
[IOBEPXHOCTHBIX ABJICHNI, HAaHOPa3-
MepHBIX 3((PeKTOB NPy KPUCTA/IN3a-
IUY B TeTepo(a3HbIX HEOPTaHNMYECKIX
CHCTeMaX, YIOpALZOYeHHOro popMupo-
BaHIsI HAHOPA3MEPHBIX CTPYKTYp /LA
CEHCOPUKM, HAaHO(POTOHVKY, CUVHTUII-
JIAAVIOHHOV TEeXHMKY, TepMO3IIEKTPU-
JeCKIX MaTepMajIOB, BIATOCTOMKIX Ha-
HOIIOKPBITHIA.

KOJIOHKA TEMATHYECKOrO PEJAKTOPA @ BECTHHK Pdrbi

OcHoBHbIe HayuHBIe focTIDKeHMA B.M. KaneBckoro cBA3a-
HBI C 0OOHapy KeHIeM I MICCTIeJOBaHNeM HaHOpa3MepHbIX 9 dek-
TOB HAO/MIOJAIOIINXCS B IPUIOBEPXHOCTHBIX C/IOSIX KPUCTAIIOB
B pe3y/nbTaTe BHEIIHETO BO3MENCTBNA, B MpOIeccaX reTeporeH-
Horo ¢a3000pa3oBaHMsA, KPUCTA/UIM3ALNM HEOTPAHNYECKIX
KPVCTaJIIOB.

B.M. KaHeBCKUM 3a710’)KEHBI OCHOBBI HOBOTO, BECbMa aK-
TyaJIbHOTO B Hallle BpeMs HayYHOTO HaIlpaBJIeHNA — yIpaB-
JeHNs TpoLlecCaMi HAHOCTPYKTYPUPOBAHMA IOBEPXHOCTU
TBEPJBIX Tel C IIe/IbI0 KOHTPOJA IpoleccaMy pOCTa CIIOEB
U CMHTE3a HOBBIX COEJVHEHNII Ha HAHOCTPYKTYPUPOBAaHHOI
ITIOBEPXHOCTH.

ITo TemaTtuke nuccnegoBanuit B.M. KaneBckum ony6mu-
KoBaHO Ooyee 200 Hay4HBIX TPYAOB, BKao4yass 102 cTaTbu B
peljeH3upyeMbIX Hay4yHbIX XypHanax (PVHIJ - 203, Web of
Science - 92 u Scopus — 120) 1 Te3UCH JOK/IATOB, IIOTyI4eHO
12 maTeHTOB.

B.M. KaneBckuil SB/IAICA HAyIHBIM PYKOBOJUTENIEM JIBYX
JOKTOPCKMX 1 YeThIpeX KaHAUJATCKNUX paboT.

About the Editor of the Themed Section Doctor of Physical and
Mathematical Sciences Vladimir M. Kanevsky

Vladimir M. Kanevsky was born
on May 6™ 1948 in Moscow city.

In 2013 V.M. Kanevsky defended his
thesis for the Degree of Doctor of Science
in Mathematics and Physics on the topic
«Surface Phenomena and Nanosize Effects
in Heterophase Systems Crystallization».

V.M. Kanevsky is the lead resear-
cher in the fields of surface phenomena
physics, nanosize effects in crystalli-
zation of heterophase inorganic systems,
organized formation of the nanostruc-
tures for sensors, nanophotonics, scin-
tillation techniques, thermoelectric ma-
terials and waterproof nanocoatings.

Essential scientific achievements
of V.M. Kanevsky are bonded with

discovering and studying of nanosize effects existing at near-
surface layers of crystals caused by internal influences, or in
heterogeneous phase generation processes, or in inorganic
crystal crystallization.

V.M. Kanevsky has laid the basis of new, rather trending to-
day scientific direction - controlling of surface nanostructuring pro-
cesses of solids with the purpose of controlling both layer growth
processes and synthesis of new compounds on the nanostructured
surfaces.

On the topic of research V.M. Kanevsky has published over
200 scientific works, including 102 articles in peer-reviewed jour-
nals (RISC - 203, Web of Science - 92, Scopus - 120) and theses,
he obtained also 12 patents.

Vladimir M. Kanevsky pays great attention to academic per-
sonnel preparation; under scientific supervision of V.M. Kanevs-
ky 4 theses for a Candidate Degree and 2 theses for a Doctor
Degree have been successfully defended.

AHHOTAIMSA K TEMATUIECKOMY OTOKY

Mudopmaunsa o0 CTPYKTYPHBIX
0COOEHHOCTSAX ABJIACTCS LIEHTPATbHBIM
3BEHOM B €IMHOII Teopuy 00pa3oBaHNsA
U CBOJCTB MarepuanoB. CTPyKTypHas
[AMArHOCTMKA CO BpPEMeH CBOET0 3apOXK-
JleHUs U CTaHOBJIEHNUA obecredmBaeT

Ne 3-4 (123-124) July—December 2024

B.M. Kanescxuil

KaueCTBEHHYI0 U KONMYECTBEHHYIO CBSI3b B KJIACCUYECKOIl Iie-
IIOYKe «POCT — CTPYKTYpa — CBONCTBO». Crienmuaeckne GyHK-
LVIOHA/IbHbIE CBOJICTBA MaTepUaloB ONPENE/IAITCA MCKIOUN-
T€JIbHO aTOMHO-MOJIEKY/ISIPHOM CTPYKTYpPOI IIpM HEM3MEHHOM
XMMWUYECKOM COCTaBe. ITO OTKPbIBAET OTPOMHbBIE BOSMOXKHOCTH
yIIpaBIeHUsA CBOMICTBAMM MaTepHasIOB IIOCPENCTBOM UX CTPYK-

ARRRRARELA /
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Typbl. [IpMepoM MOXKET ABIATHCSA IMMPOKO MCCTIERYEMBIN CETO-
IOHA KPUCTAJUIMYECKUIT KIacC MEPOBCKUTA, KOTOPBIN ABIAETCA
YHUBEpPCA/IbHOI IIaTOPMOI I CO3[aHMA HOBBIX MaTepya-
JIOB, IPOSAB/IAIONINX CaMble pa3Hble Ppu3ndecKue cBoricTaa. py-
TUM IIPYMEPOM SIBJISAIOTCS CUHTETUYECKIE TONUMEPBI, 6e3 KOTO-
PBIX CETOf{Hs HEBO3MOXKHO OOOTICD Ye/IOBEKY.

CoBpeMeHHOe MaTepuajnoBefieHNe KaK IUTaTgopMa JyId
IIPOTHO3MPOBAHNA U MOTYyYeHN HOBBIX (DYHKI[MOHA/IbHBIX Ma-
TepuanoB TpebyeT GOpMUPOBAHNA COBPEMEHHBIX IIpefCTaBIIe-
HUIT O CTPYKTYypPe MaTepUasIoB C MPUBJIEY€HNEM CaMbIX IOCTIE -
HUX pa3paboTOK B 00IaCTV MHCTPYMEHTAbHBIX METONOB Ha-
OnmofieHNs M U3MepeHMs TapaMeTPOB CTPYKTypbl. CoBpeMeHHOe
060pyoBaHue /sl PEHTTeHOBCKUX METOJIOB MCCIeIOBAHNS, OII-
TUYECKOM, CKaHUPYIOILEil, TPAHCMUCCUOHHOI, aTOMHO-CUIOBOII
MUKPOCKOIINY, NOMOTHEHHOE CIIEKTPOCKONMYECKMMY METONM-
KaMJ 10 aHAIUTUYECKMM BO3MOXXHOCTSM, YYBCTBUTEIbHOCTH
U MPOM3BOAMUTENIBHOCTU IO3BOMAET IPOBOIUTH CTPYKTYPHYIO
IVATHOCTUKY MUKPOCTPYKTYpP M HaHOMaTepuanos. bonee Toro,
COBpeMeHHbIe TeXHIYeCKIe CpeficTBa 00eCIednBaiT IpoBeie-
HIIe Ta0OPaTOPHBIX MCCIEOBAHNII CTPYKTYPBI MaTepHUaoB, KO-
TOpbIe paHee CUNTAINCH BO3SMOXKHBIMI TONMbKO Ha CMHXPOTPOH-
HOM M3JTYy4eHMM B MEXK[JYHAPONHBIX I€HTPaX KOJIEKTUBHOTO
MO/Ib30BAHMAL.

IenTp KOmIeKTMBHOrO Monb30BaHMA «CTPYKTypHas Ana-
THOCTMKA MaTep1anoB» ObUI CO3aH B VIHCTUTyTe KpUCTAIOrpa-
¢um um. A.B. llly6unkosa PAH (B Hactostmee Bpems — KKKu®
HUII «KypdyaToBckmit mHCTUTYT») B 2002 I. IleHTp ocHameH
OO/BLINM KOJIMYECTBOM COBPEMEHHOTO PEHTT€HOBCKOTO, JJIEeK-
TPOHHO-MMKPOCKOINYIECKOTO, OITUYECKOTO U APYTOrO M3Mepu-
TEIbHOTO 000pYAOBaHMs HA KOTOPOM MOXKHO IIPOBOJUTD MCCTIe-
TOBAaHMA CTPYKTYPBbI, COCTaBa M CBOVICTB INVMPOKOTO KPyra Mare-
pHasoB: OpraHMYecKNe M HEOpPTraHWYeCKNe KPUCTAJIIBI, IJIEHKI,
MHOTOCTIOVHbIE, KOMIIO3UTHbBIE, HAHOCTPYKTypUpPOBaHHbIE Ma-
Tepuasel, 6MOaKTUBHBIE BEIeCTBA, 61IOMaKPOMOTIEKYIBI, OENKIL,
acconuaThl, BUPYChI ¥ MX KOMIOHEHTbL. OTpOMHO€E BHYMAHIE B
mesarenbHocty LIKII ypensiercss meTpornormieckoMy obecrede-
HII0 000PYZOBaHUA.

B Hay4YHBIX IPOEKTAX, OCYIECTB/IAEMbIX B paMKaX Ha3BaH-
HOJI TeMbl, NPOJEMOHCTPUPOBAHBI pPE3Yy/IbTaThl IPUMEHEHUA
CTPYKTYPHOI JVArHOCTUKU NPU MAEHTU(PUKALUU CTPYKTYp-
HBIX OCOOEHHOCTEll MaTepuasoB U MCCIeOBaHA B3aMMOCBA3b
CTPYKTYPBI C GYHKI[MOHAIbHBIMY CBOMICTBaMy MaTepuanos. I1o
pe3y/IbTaTaM MCCIeOBAaHMII B TEMAaTIYeCKOM 6T0Ke HaCTOSIIIETO
BBIITYCKa IIPeMICTaB/IEHbl aBTOPCKIE CTAThIL.

B crarbe V.C. JIrobyTuna ¢ coaBropamu «Paspaborka Tex-
HOJIOTMI CHHTE3a, BhIPALIBaHNE Y XapaKTepu3alsa BHICOKOCO-
BEpIIEHHBIX MOHOKPJCTA/IOB Ha OCHOBe OOpaToB >Kene3a s
IpPYMEHEHN B KadeCTBE MOHOXPOMATOPOB B CMHXPOTPOHHBIX
TEXHOJIOTUAX HOBOTO IIOKOJIEHMA» NPUBENEHBI Pe3yIbTaThl pa-
OOTBI 10 CUHTE3y ¥ 9KCIIEPUMEHTA/IbHBIM MCCIEIOBAHMAM MO-
HOKPJCTA/I/IOB Ha OCHOBe 6oparta sxernesa FeBO,. O1u kpuctamibr
MPYMEHAITCA B Ka4yeCTBE YHMKAIbHBIX MOHOXPOMATOPOB CHH-
XPOTPOHHOTO M3Ty4eHMsA Ha YCTaHOBKaX «MeracalieHC» HOBOTO
nokoneHns. B pabore IpencTaBieHbl Haubonmee sIpKye JOCTH-

8 ALARRRRRRRNANE

JKE€HNA, TO/TY4€HHbIE IIPY BbBIIIO/THEHNN
paboT IO BBIPAIIVBAHMIO U VM3YYEHUIO
cBoIICTB MOHOKpuUCTanioB FeBO,, a Tak-
e 00CYX/AI0TCs HOBble HAIIPaB/ICHUS
" IIEPCIEKTUBDI IIPUKIATHOI'O MCIIOb-
30BaHNA IIOTYY€HHDBIX PE3Yy/IbTATOB.

B crarpe A.A. Kymmmosa c co-
aBropamn «Ocob6eHHOCTU pocTa Kpu-
CTQ/UIOB JIMHENHBIX OMUTO(eHNIOB 13
mapa» MCCIIENOBAaHbI 0COOEHHOCTN 00-
Ppa30OBaHMA U POCTA KPUCTAJIOB JIMHEN-
HbIX onurodennnos (or pudeHmna o
n-cekcudeHnna) B yCrIoBMUAX IapOBOTO
¢usnmdeckoro Tpancmopra. [na us-
y4YeHNUA IPOLECCOB POCTa KPUCTAIIOB
6bUII/I VCIIO/Ib30OBaHbl [1Ba KOHCTPYK-
LOVMOHHBIX BapMaHTa TOPU3OHTA/IbHbBIX
POCTOBBIX II€Yeil: OJJHO30HHbIN C Ipa-
OVEHTHDBIM TeMIIEpaTypHbIM I1I07IEM
(Kmaccuyeckuit TMI) ¥ C IByMS TeMIIe-
paTypHbIMI 30HaAMI. HHH NCCIIENYEMbIX
COEJVIHEHNII OIIpeie/IeHbl YCIOBUS 1A
BbIpalliliBaHMA KPUCTA/I/IOB B MaclITa-
6e 0.1+1 cM. YcTaHOBJIEHO, YTO B YCI/IO-
BIAX  IBY3OHHOTO TEMIIEPATYPHOTO
oA Npu OIIpENE/I€HHbIX 3HAYEHUAX
PasHOCTM TeMIIepaTyp MEeXHY ropsdeit
U XOJIOJHOI 30HAMM YHA€TCA IOTYIUTh
Oormee KpyIHble KPUCTA/IbI JIYYIIETO
MOpP(OIOTMYECKOro KauecTBa B CpaBHe-
HJM C POCTOM B YCTIOBUAX OFHO30HHOTO
TPaJVIeHTHOTO TEeMIIEPaTypHOTO IIOJIA.
MeTopmaMy peHTTeHOBCKOI fudpaKkuym
UCCIIeloBaHa KPYUCTA/UIMYeCKass CTPYK-
Typa BbIpalllcHHbIX MOHOKpUCTA//INY€E-
CKIIX IVICHOK.

B cratpe H.A. ApxapoBoii ¢ coas-
Topamy «OcOOeHHOCTM HYK/Iealu U
pOCTa MOHOAVCHEPCHBIX HAHOYACTHI]
NaYF,, momy4eHHbIX METOIOM TEPMO-
mm3a  TPUPTOpALETaTHBIX IPeKypco-
POB» ONITMMHU3MPOBAHbI yC/IOBMA IIOTTY-
venusa HanovacTui, NaRF, (rae R - pen-
KO3€MEJIbHBIC SHeMeHTbI) C 3aJaHHBbIMMI
CTPYKTYPHBIMM ¥ pasMEPHBIMM XapakK-
TEpUCTUKaMIL IIYT€EM BapbUpPOBaHUA
TE€XHOJIOTMYECKMUX ITapaMeTpoOB B IIPO-
mecce TepMoM3a TpUQTOpaleTaTHBIX
IIPEKYPCOPOB: TEMIIEPATYPbI, J/IUTE/Ib-
HOCTM 9KCIIEPVMMEHTA ¥ COCTaBa peak-
LMOHHON cpenbl. MeTomoM mpsAMOro
otb6opa TpoO MPOBENEHO MCCIENOBaA-
HI€ BPEMEHHDIX CTa,E[I/I]?I pocCTa 9acTuy
NaRF, or srama 3apoppinieobpasoBa-
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HUS 10 0OpasoBaHMsl KOHEYHBIX Ha-
HOKPUCTAJIZIOB C TIOMOIIBIO NTPOCBEYN-
BaIOLIEN 3JEKTPOHHON MMKPOCKOIIUIA.
BorsBiensl uMuTHpYyomye (GaKkTopbl
Ipoliecca CUHTe3a HaHOYACTUI] KakK B
KyOM4YecKoll, TaK M TeKCcaroHaJabHON
Kpuctamdeckux ¢asax. Ilokasana
KJII0YeBasi PO/Ib CKOPOCTM HarpeBa pe-
aKI[MOHHOJ CMeCy Ha Haya/JbHOI CTa-
[N CYHTe3a Ha CTPYKTYPHO-MOPdoIIo-
rMYecKre 0COOEHHOCTM O00Opa3soBaHUs
HaHOOOBEKTOB. B cTarbe 0OCyKaoTCA
Bompocel  ¢$a3oBoil TpaHchopMaLNU
HAHOYACTUI[ U3 METacTabMIbHOI a- B
TepPMOIMHAMIYECKY CTaOWIbHYIO B-da-
3y NaRF, B npouecce ux cnnresa yka-
3aHHBIM METOOM.

B crarbe A.B. KomreneBa ¢ coaBTo-
pamu «ITogxopbl K MaCCOBOMY CUHTE3Y
JTIOMMHECHCHTHDBIX (bTOpI/II[HbIX HaHO-
MaTepuasoB» IPUBOJATCS pe3y/IbTa-
TbI OIITMMM3AIUN METOOMK MAaCCOBOTO
cuHTe3a (HOTOMOMIHECIIEHTHBIX HAaHO-
vactur 3-NaRF , (R=Y, Er, Tm, Yb, Lu)
B paMKaX TE€XHOJIOTMYECKUX IIOAXO[0B
«CBEPXy—-BHU3» M «CHU3Yy-BBepx». OT-
paboTaHbl TEXHONOTMYECKNE PEKUMBI
BBICOKO9HEPreTUYEeCKOr0 IOMOJIa I0-
mukpuctannos B-NaRF,, momydeHHbIx
HAIpaB/IeHHON KpUCTaIu3annei pac-
I/TaBa, JyUIs CUHTe3a 4acTUIl B pa3Mep-
HOM pauanas3oHe 7o 100 HM ¢ MacCOBBIM
BBIXOJIOM 10 2.5 T 32 OfMH TeXHO/IOTU-
veckuit mpouecc. ITokasano, 4To mocre-
AyIoLIas MpoLefiypa UX TepMoo6padoT-
K1 B HpI/ICYTCTBI/H/I COOTBeTCTByIOH_H/IX
TpuTOpalleTaTHBIX IPEKypCOpPOB B
cpel€ BBICOKOKMIIAIINX OPraHNYE€CKUX
pacTBOpUTENEN MO3BOJAET 3HAYNUTETIb-
HO IIOBBICUTb UX q)OTOHIOMI/IHeCLIEHT—
HbI€ XapaKTEPUCTUKN 3a CYET IMACCUBU-
poBaHus MOBepxHOCTH. PaspaboraH n
ONTUMU3MPOBAH METOJ CMHTe3a HaHO-
gactu B-NaRF, 3a cuer reTeporenHoit
KPUCTA/UIM3aUMM HA  YIbBTPaMeNKNX
3aTPaBOYHBIX KPUCTA/IAX, HO3BOJIAIO-
Mt CTaOMIN3MPOBATH MPOLECC POCTA,
oIpesie/IAeMblil TOMMMOP(PU3MOM IaH-
HOTo Kjacca coefyuHeHuit. ITpogemon-
cTpupoBaHa 3¢(eKTUBHOCTb JAHHOTO
MeTofa Iy MaccoBoro cumHrte3a HY
B-NaRF, Ha OCHOBe «TSKENbIX» JTaHTa-
HOUMOB (o 50 T) CO CTPYKTypoOIl «3a-
TPAaBKA@ALPO@0O0NIOYKa» B IINPOKOM
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pasMepHOM AMana3oHe C KOHTPOIMPYEMBIMI MOP(OTOrMIecKN-
MU ¥ CTPYKTYPHBIMU XapaKTePUCTUKAMI.

B cratpe J1.C. BomukoBa ¢ coaBTopamu «B3anMocBasb rpa-
HY/IOMeTPUYECKOTO COCTaBa IOPOIIKA AJIFOMUHNA CO CTPYKTYp-
HO-()a30BBIM COCTABOM ¥ CBOVICTBAMMU IIOKPBITHS A1203—A1N,
¢dbopMupyeMoro mpyu BO3JENCTBUM 3/IEKTPOAYTOBON a30THOI
IIa3Mbl» M3Yy4€HA B3aMMOCBS3b I'PaHYIOMETPUYECKOrO COCTa-
Ba IOPOIIKA AIIOMVHUA CO CTPYKTYPHO-(Pa30BBIM COCTaBOM I
coiictBamn nokpeitusas Al,O,—AIN, ¢opmupyemoro mpu Bos-
TeiCTBUM 3NEKTPOAYTOBON IUIa3Mbl. VicnmonbsoBammch mopom-
KI1 Q/IIOMVMHIA IBYX TUIIOB: MUKPOIIOPOILIOK C Pa3MepOM YacTHI]
~20-120 MKM ¥ HaHOIIOPOLIOK C pasmMepoMm dacTuy, ~40-100 HM.
OO6Hapy>keHO, 4TO IIOKPBITHA, MOTydYeHHbIe 13 MMKPOIOPOII-
Ka aJIOMVHUA, IPeACTaB/IAT co00l armoMeparsl ductoro Al
¢ Bkpamiennsamu knactepos AIN m ALON. Tlokpeitus, momy-
YeHHble 13 HaHOMOpoIKa Al, comepkar B cBoeil OCHOBe A1203 C
BKpamiennamu arnomepatos AIN, AL O N, a Takxe 3ameTHa 1075
HeIIpopearrpoBaBIIero amoMuHNA. Mopdonornsa moBepXHOCTI
00pasIoB OT/INYAeTCA HEOJHOPONHOCTBIO U IOPUCTOCTBIO. B
Iporecce U3MepeHns MUKPOTBEPAOCTI METOLOM HAHOMHIEHTH-
poBaHs 6bU1a OOHAPYKEeHa KOPPETALN C TOKATbHBIM (Pa30BBIM
cocTaBOM HoBepxHOCTH. Hanbosbiieit MUKpOTBEpPAOCTbIO 00/1a-
manu paspr Al,O, u AIN nopsnka 9.097+0.324 I'Tla n 17.800+0.674
I'TIa coorBeTcTBEHHO. [loTy4eHHBIE pe3ynbTaThl ZEMOHCTPUPYIOT
HepCIeKTUBHOCTh HaHeceHus nokpbituit ALO,—AIN ¢ ncnorns-
30BaHIEM HM3KOTEMIIePATypPHOI IUIA3MBbI I MIOBBIIIEHUA 9KC-
ITyaTallIOHHOM CTOVIKOCTY CTa/IbHbIX KOHCTPYKIIVIA.

B crarpe 11.B. KpukyHnoBoii ¢ coaBropamn «VIHKancymu-
poBaHue pubodraBuHa B aTbrMHATHbIE MUKPOYACTHUIIBI» ITOKa-
3aHO, YTO BK/IIOYeHVe pubo¢aByHa B IOIMMEpPHbIE YaCTHUIIbI
SBJISIETCS IIEPCIIeKTYBHBIM HallpaBjIeHeM B 00/1acTy pa3paboT-
K1 pOpM ero [0OCTaBKM NPOTOHIMPOBAHHOTO fericTBuA. [lomu-
mopodubie dopmbl pubodmaBuna — tun B/C u tun P - nukan-
CY/IMPOBAHbI B YacCTMULbI ajbryHaTa HaTpus. Ilpm BKIOYeHNN
B /IbIMHATHYI0 MaTpuly pubognaBuH obpasyer cepudeckne
CPOCTKM KPUCTAJJIOB, 06Tafaomux (rIyopeclieHTHBIMYU CBOJ-
crBamy. KoHuenrparus pubodraBiHa B 4aCTHULAX, 3aTrPyKeH-
HBIX TUIIOM P, B Tpu pasa Bblllle, 4eM B 9acTHIAX ¢ pubodasu-
HoM B/C. VccnegoBanue BhICBOOOXKIEHNSA BEIECTBA IIOKA3aJI0
IIPOJIOHTMPOBAHHDBIN XapaKTep pen3a s YacTULl, 3arPy>KeH-
HBIX pr6o¢aBrHoOM THma P.

B crarpe A.E. CyxaHoBa ¢ coasTopamm «IInockomapar-
JIeTIbHBIE STYEVIKM MUKPOOObeMa [/l MCCIeOBAHNUA CTPYKTYPbI
PacTBOPOB OMOOPraHNYECKUX CHIBHO IOITIOLIAIOMINX U C1abo
paccenBaromux 06bekToB Ha craHuuu «bnoMYP» Kypuaros-
CKOTO VICTOYHNKA CUHXPOTPOHHOTO U3/Ty4eHNs» pa3paboTaHbI 1
CO3JJaHbl SYEKM MUKPOOObeMa [ UCCIeTOBAHNUA CTPYKTYPhI
pacTBOpOB MeTOfoM MYPP c ncnionb3oBanneM CMHXpOTPOHHO-
ro usnydeHns. Sdeiiku anpo6upoBansl Ha craHuyu «broMYP»
KypuaTOBCKOro MCTOYHMKA CMHXPOTPOHHOTO n3mydeHus. I1po-
BefleH CPaBHUTEIbHDII aHA/IN3 IByMEPHbIX KAPTUH MaJIOyI/IOBO-
TO paccesiHMsI OT CTAaH/JAPTHOTO KaNVJIIIpa 1 OT pa3paboTaHHbBIX
s9eeK, MOKA3aBIINII CYIeCTBEHHOE yAy4IlIeH)e KaueCTBa 9KCIle-
PUMEHTAIbHBIX JaHHBIX MYPP 6e3 He0OXOAMMOCTI YCIOXKHe-
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HIIS TIPOLIeLypbI 00pabOTKM JaHHBIX IIPU UCTIONB30BAHUY STYEEK
BMECTO KammwuLipoB. IlokasaHa BO3MOXHOCTb MCCIEIOBAHUA
CWIBHO TIOITIOMIAKMINX 1 C1abo paccerBaroNmmx 00pasios, a
TaKKe JMHaMUKY KPUBBIX paccessHuss MYPP mia pactBopos.

B crarpe E.IO. Tepemenko ¢ coaBTopamm «MeTomomorns
KOMIUIEKCHBIX MCC/IEIOBAHNUIT MUHEPATbHBIX MHOTO(a3HbIX JC-
TOPUYECKMX MaTep1aToB» paspaboTaH MeTOONTOINIeCKIUII Of-
XOJI /11 M3y4eHMsI MUHePa/IbHbIX MHOTO(A3HBIX CTOPUYECKUX
MaTepuanos, 06001a0NNIT JaHHbIE METOOB CTPYKTYPHOII 1a-
THOCTVIKY Pa3/ITYHOTO paspelleHMs, a MIMEHHO: PEHTTeHOBCKOI
U CUHXPOTPOHHON ToMoOrpaduim, peHTTeHO(IyOopecleHTHOTO
aHa/IM3a, PeHTreHO(}a30BOr0 U PeHTI€HOCTPYKTYPHOTO aHAJIN-
3a, MacC-CIIEKTPOMETPUM C MHAYKTUMBHO-CBA3AHHON IIa3MOIA,
OIITMYECKOJl MUKPOCKONNY, & TaKXKe MUKPOCKOIUNU C SHEpPro-
IVICIIEPCUOHHBIM PEHTT€HOBCKUM MMKpoaHammsoM. [TokasaHo,
YTO COYeTaHMEe MHTETPaJbHBIX M JIOKAJIbHBIX METOJOB COBpe-
MEHHOTO MaTepuaioBefeH sl TO3BO/IAET BBIABUTD IapaMeTpHl,
CBOJICTBEHHbIe M3IEMVMAM M3 PA3INYHBIX MPOM3BOACTBEHHBIX
LIEHTPOB, TaK KaK Cofiep>kaT B cebe nHbopmannio o crennduke
JICIIO/Ib3YEeMBIX MaTepHajIoB U OCOOEHHOCTSIX TEXHOMTOTUY U3TO-
TOBJIEHVSI U3y4aeMbIX IIPEIMETOB.

ABTOPBI cTaTell 9TOro BhimycKa «BecTHuka Poccuiickoro
¢donga pyHZaMEHTAIbHBIX MCCIIENOBAHMIT» NIPECTAB/IAIOT Be-

AYLIYIO HAYYHYIO LIKOMY B 00/1aCTH U3-
y4YeHM I 3aKOHOMEPHOII CBA3M B TPUAJie
«POCT — CTPYKTYypa — CBOJICTBO», JIeXKa-
el B OCHOBE HAYYHOII eATeIbHOCTH
VHucTuTyTa Kpuctauiorpadgum MMeHn
A.B. llly6unkoBa PAH ¢ MoMeHTa ero
ocHoBaHMA. IIpencraBimeHHbIT cOOp-
HUK CTaTell IeMOHCTPUPYET BBICOKYIO
HAayYHYl0 MH(POPMATUBHOCTb M 3HA-
YMMOCTb CTPYKTYPHOI JVAarHOCTUKMA
P VICC/IeJOBAHNM MaTepPUAIOB CaMOIl
PasIMYHOI NIPUPOALI M MOP(OIOTUINL:
OT HAHOMATepMaaoB [O OODEMHBIX
KPUCTA/IOB M OMOOpPraHMYIEeCKNUX pac-
TBOPOB, OT (OTOMIOMIHECIEHTHBIX
JaCTUI O MaTepuanioB, IPefCTaBIIAI0-
IUX UCTOPUYECKYIO LIeHHOCTb. IIpen-
CTaB/IeHHbIE PAabOTHI OTPAKAIOT IEpe-
JIOBBIE JOCTYDKEHMS B 0O7IaCT CTPYK-
TYPHOJI JUAaTHOCTUKM, BK/TI0Yast HOBBIE
TeXHIYeCKIe pelleHns 1, 6e3ycIoBHO,
OyAyT MHTEpeCHBI IMINPOKOMY KpPYTY
YuTaTesnen.

Abstract of the Themed Section

A key link in a unified theory of formation and properties
of materials is data on their structural features. From its incep-
tion and development, structural diagnostics provide qualitative
and quantitative connections in the classical “growth-structure-
properties” chain. Specific functional properties of materials are
determined solely by their atomic and molecular structure with
unaltered chemical composition. This fact opens up great pos-
sibilities for controlling materials’ properties through their struc-
ture. One example for that is a widely used nowadays perovskite
crystallographic class, which is a universal platform to creating
novel materials exhibiting various physical properties. Another
example is synthetic polymers, which are indispensable in today’s
humanity lifestyle.

As a forecasting and obtaining novel functional materi-
als platform, modern material science requires a formation of
modern conceptions about materials’ structure. For that reason,
it is required to use the latest developments in fields of industrial
observation methods and structural parameters measurements.
Analytical opportunities, sensitivity and efficiency of modern
equipment for X-ray measurements, optical, scanning, trans-
mission and atomic force microscopy, supplemented with spec-
tral analysis methods allow to perform structural diagnostics of
micro- and nanomaterials. Moreover, modern technical facilities
provide a possibility to conduct materials’ structure laboratory
research, which was earlier considered to be possible only on the

10 ALARRRRRRRNANE

V.M. Kanevsky

synchrotron radiation in international
Research Equipment Sharing Centres
(RESC).

RESC “Material Structural Diag-
nostics” was established on the base of
A.V. Shubnikov Institute of Crystal-
lography RAS (currently CCC&F NRC
“Kurchatov Institute”) in 2002. The
Centre is equipped with a large number
of modern X-ray, microscopical, optical
and other equipment that can be used to
conduct research on structure, compo-
sition and properties of a wide range of
materials: organic and inorganic crys-
tals; thin films; multilayered, composite
and nanostructured materials; bioac-
tive substances; biomacromolecules;
proteins; associates; viruses and their
components. A great attention in RESC
is paid to metrological support of the
equipment.

In research projects carried out
within the framework of the topic, the
results of the structural diagnostics ap-
plication in the identification of mate-
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rials’ structural features are demon-
strated, and the relationship between
structure and functional properties of
the materials are studied. Authors’ ar-
ticles on the results of the research are
presented in the thematic block of this
issue.

In the article of I.S. Lubutin et al.
“Synthesis Technology Development,
Growth and Characterization of Highly
Perfect Single Crystals Based on Iron
Borates for Use as Monochromators in
New Generation Synchrotron Technolo-
gies”, the studies of synthesis and experi-
mental research of monocrystals based
on iron borate FeBO, were carried out.
These crystals are used as unique mono-
chromators of synchrotron radiation on
new generation MegaScience experi-
mental units. In this paper, the most re-
markable achievements obtained in the
process of FeBO, monocrystals growth
and study of the properties are pre-
sented, as well as the discussion of new
directions and prospects of practical ap-
plications of the obtained results.

In the article of A.A. Kulishov et
al. “Features of Linear Oligophenyls
Growth from Vapor”, the features of
formation and growth of linear oligo-
phenyls (from diphenyl to n-sexyphe-
nyl) in the conditions of physical va-
por deposition. To study the processes
of crystal growth, two constructional
types of horizontal growth furnaces
were used: single-zone furnace with
temperature field gradient (classical
type) and a furnace with two tempera-
ture zones. For the studied compounds,
the conditions required to grow crys-
tals in the scale range of 0.1+1 cm were
determined. It was established that in
the conditions of two-zoned tempera-
ture field with certain temperature dif-
ference between hot and cold zones, it
is possible to obtain larger crystals with
better morphological quality, compared
to the single-zone gradient temperature
field. The crystal structure of obtained
monocrystalline films was studied by
X-ray diffraction methods.

In the article of N.A. Arkharova
et al., “Features of The Nucleation and
Growth of Monodisperse Nanoparticles
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NaYF, Obtained by the Method of Trifluoroacetate Precursors
Thermolysis” the conditions of obtaining NaRF, (R - rare earth
elements) nanoparticles with specified structural and dimen-
sional characteristics were optimized by changing technological
parameters in the thermolysis process of trifluoroacetate precur-
sors: temperature, experiment duration and the composition of
the reaction medium. By the direct sampling method, a study of
NaRF, particles growth time stages from the nucleation to the
formation of the final nanocrystals was performed by transmis-
sion electron microscopy. The limiting factors of the synthesis
process of nanoparticles in both cubic and hexagonal crystallo-
graphic phases were identified. The key role of the influence of
the heating rate of reaction medium during the initial synthesis
stage on the structural and morphological features of the forma-
tion of nanoobjects is shown. The questions on the nanoparticles
phase transformations from NaRF, metastable a-phase to the
thermodynamically stable B-phase during the synthesis are dis-
cussed in the paper.

In the article of A.V. Koshelev et al., “Approaches to the Mass
Synthesis of Luminescent Fluoride Nanomaterials”, the results of
optimization of mass synthesis of photoluminescent B-NaRF,
(R =Y, Er, Tm, Yb, Lu) nanoparticles methods are presented
within the framework of “top-down” and “bottom-up” techno-
logical approaches. Technological conditions have been worked
out for high-energy milling of B-NaRF, polycrystals obtained by
the directional crystallization of melt for the synthesis of particles
in the size range up to 100 nm and the mass yield up to 2.5 g
per one technological process. It has been shown that the subse-
quent procedure of heat treatment of the samples in the presence
of corresponding trifluoroacetate precursors in the environment
of the high-boiling organic solvents allows to enhance the photo-
luminescent properties of particles due to the surface passivation.
The method of -NaRF, nanoparticle synthesis by heterogeneous
crystallization on ultrafine seed crystals, stabilizing the growth
process defined by polymorphism of the compounds type, has
been developed and optimized. The efficiency of such method
has been shown for mass synthesis of “heavy lanthanides”-based
B-NaRF, nanoparticles (up to 50 g) with a structure of “seed@
core@shell” in a wide range of sizes with controlled morphologi-
cal and structural characteristics.

In the article of 1.S. Volchkov et al., “The Relationship be-
tween the Particle Size Distribution of Aluminium Powder and
Structural-Phase Composition and Properties of the AL,O,-AIN
Coating Formed under the Influence of Electric Arc Nitrogen
Plasma’, the relationship between granulometric composition
of aluminium powder and structural and phase composition
and properties of AL,O,—AIN coating formed under the influ-
ence of electric arc nitrogen plasma has been studied. Two types
of Al powder were used: micro-powder with a particle size of
~20-120 um and nano-powder with a particle size of ~40-100 nm.
It was found that the coatings obtained from Al micro-powder
are agglomerates of pure Al with inclusions of AIN and ALLO N
clusters. Coatings obtained from Al nano-powders are based on
ALO, with inclusions of AIN and ALON clusters, as well as a

ARRRRARELA 11




BECTHHK Pl @ KOJIOHKA TEMATUYECKOr0 PE[JAKTOPA

noticeable part of unreacted Al is presented. The surface mor-
phology of the samples is distinguished by inhomogeneity and
porosity. During the process of microhardness measurements by
nanoindentation, a correlation with a local phase composition of
the surface was found. Phases of ALO, and AIN were found to
have the largest microhardness values in the order of 9.097+0.324
GPa and 17.800+0.674 GPa respectively. The obtained results
show the perspectives of Al,O,—AIN coating using a low-tem-
perature plasma for increased exploitation resistance of steel con-
structions.

In the article of PV. Krikunova et al., “Encapsulation of Ri-
boflavin into Alginate Microparticles”, it has been shown that the
encapsulation of riboflavin in polymer particles is a promising di-
rection in the field of the development of its prolonged action de-
livery. The polymorphic forms of riboflavin - type B/C and type
P - were encapsulated in sodium alginate particles. Encapsulated
in alginate matrix, riboflavin forms spherical joints of crystals
with fluorescent properties. The concentration of riboflavin in
particles loaded with the P-type is three times higher than that
with B/C riboflavin. The investigation of the substance release has
shown the prolonged release character for the particles loaded
with P-type riboflavin.

In the article of A.E. Sukhanov et al, “Plane-Parallel Mi-
crovolume Cells for Studying the Structure of Solutions of
Bioorganic Strongly Absorbing and Weakly Scattering Objects at
the BioSAX Beamline of the Kurchatov Synchrotron Radiation
Source”, micro-value cells for structural investigation of solutions
by SAXS method using the synchrotron radiation were devel-
oped and produced. The cells were tested on “BioMUR” station of
Kurchatov synchrotron radiation source. The benchmark analysis
of 2D SAXS patterns from standard capillary and from developed
cells was carried out. The great improvement of the quality of the
experimental SAXS data without the need for complication of
the data processing procedure during the usage of cells instead of
capillaries was established. The ability to investigate strongly ab-
sorbing and weakly scattering samples, as well as SAXS scattering
curves dynamics for solutions, has been shown.

In the article of E.Yu. Tereshchenko et al., “Multi-Scale
Research Methodology of Mineral Multiphase Historical Mate-
rials”, a methodological approach was developed for investigating
mineral multiphase historical materials, which generalizes data
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on structural diagnostics methods of
various resolutions, namely: X-ray and
synchrotron tomography, X-ray fluo-
rescence analysis, X-ray phase and dif-
fraction analysis, inductively coupled
plasma mass-spectrometry, optical mi-
croscopy and microscopy with energy
dispersive X-ray microanalysis. It has
been shown that the combination of in-
tegral and local methods of the modern
material science allows to determine the
parameters inherent in products from
various production centres due to them
having an information about the speci-
fics of the materials used and features
of the manufacturing technology of the
studied products.

The authors of the articles in this
issue of “Russian Foundation for Ba-
sic Research Journal” represent a lead-
ing scientific school in the field of the
investigation of a natural connection
in the “growth-structure-properties”
triad, laying in the base of the scientif-
ic activity in A.V. Shubnikov Institute
of Crystallography RAS from the mo-
ment of its foundation. The presented
issue demonstrates a high scientific
informativeness and significancy of
structural diagnostics in investigat-
ing materials of a very different nature
and morphology: from nanomaterials
to bulk crystals and bioorganic solu-
tions, from photoluminescent par-
ticles to historically valuable materi-
als. The presented papers reflect the
most advanced achievements in the
field of structural diagnostics, inclu-
ding novel technological solutions
and, undoubtedly, will be of interest to
a wide range of readers.
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Pa3pab6oTKa TeXHO/IOTNI CHTE3a, BhIpAINIBaHNe
Y1 XapaKTepu3anus BbICOKOCOBEPIIEHHBIX MOHOKPUCTATIOB
Ha OCHOBe 60paToB >Ke/ne3a I MPUMeHeH
B Ka4eCTBe MOHOXPOMATOPOB B CHHXPOTPOHHbBIX TEXHOTOTUAX
HOBOTI'O ITOKO/IEeHN ™

W.C. Twb6ymun, H.J. Creeupés, C.C. Cmapuukos, M.B. JTo6ymuna, A.I. Kynukos,

I0.A. Mozuneneuy, K.A. Cenesnesa, C.B. fleynos, M.b. Cmpyzaukuii

B pamkax Hay4HOro npoekra, nomaepxaHHoro Poccuinckum OoHOOM (hyHOAMEHTanbHbIX UCCIen0BaHNA,
npoBeAeHbl paboTbl MO CUHTE3Y U MHOFOYUCIEHHbIM 3KCNEPUMEHTAmNbHbIM WUCCNEJ0BAHNAM MOHOKPUCTANNoB
Ha ocHoBe Gopata »enesa FeBO,. 9Tu KpuCTannbl NPUMEHAIOTCS B Ka4ecTBe YHUKalbHbIX MOHOXPOMATopoB
CUHXPOTPOHHOI0 N3NYYeHNs HA YCTAHOBKAX «MeracaieHc» HOBOr0 NOKOMeHNs. B HacTosLLel paboTe NpeiCTaBNEHbI
Haubonee ApPKUe AOCTYXKEHWUS, NOSYYEHHbIE MPW BbINOSHEHWM PaboT MO BbIPALUMBAHMIO W W3Y4EHWIO CBOIICTB
MoHoKpucTannos FeBO,, a TakXe 06CYKAeHbl HOBbIE HaNPaBNeHNs 11 NePCNeKTUBbI NPUKNAAHOr0 UCMONb30BaHNS

NONY4€HHbIX PE3YNbTaTOB.

Knrouesble cnosa: 60par »ene3a, CMHXPOTPOHHbIA MOHOXPOMATOP, PE30HAHCHOE W3Jy4eHUe, MarHUTHbIE

CBONCTBA.

*Paboma svinonnena npu gunancosoti noodeprcke PODU (npoexm Nel9-29-12016).

BBegenne

JMHaMu4HOE BpeMs IpeXbsBIseT
HOBble TpeOOBAaHUA K OTEYECTBEHHOI
Hayke. Cpefiu ee pa3IMYHBIX pasfieoB
OJHO M3 BaKHEWIIMX MeCT 3aHUMaeT
QepepanbHad Hay4YHO-TeXHIYeCKas
IporpaMMa pasBUTUA CUHXPOTPOH-
HBIX U HEMTPOHHBIX MCC/IESOBAHUIL 1
UICCTIeIOBATENIbCKOT  MHQPACTPYKTY-
poL. Llenpio 3TOI MporpaMMBbl ABIAETCA

JIOBYTUH

Wropb CaBenbesuy
npodeccop,

akapemuk PAEH,

WMHCTUTYT KprcTannorpadun
um. A.B. LLIy6HMKOBa, KKKNO®,
HUL, «Kyp4aToBCKNIA NHCTUTYT>»

JINBYTUHA

MapuanHa BnagumupoBHa
WHeTuTyT Kpuctannorpadun
um. A.B. LLIy6HMKOBa,
KKKn®, HUL «KypyaToBcKuii
NHCTUTYT»

CEJIE3HEBA

Kupa AngpeeBHa
KpbimMcKuii dhefiepanbHbilit
YHUBEpPCUTET

uMm. B.W. BepHagckoro
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CO3/laHMEe POCCUIICKMX MCCIefOBaTelbCKMX YCTAaHOBOK KJacca
«MeracarHC», He0OXOAVIMBIX IS pelleHNs QyHIaMeHTa/IbHbIX,
NIPUKIaIHBIX U IPOU3BOJCTBEHHDBIX 3a/iay.

B aT0i1 CBA3M Ba)XHO OTMETUTDH UTOTM peanyu3alny Hayd-
HOro mnpoekTta Ne19-29-12016, noppepskanHoro Poccuiickum
¢doHmoM (pyHZaMEHTATbHBIX VICCTIEOBAHNII B paMKaX KOHKYP-
ca «DyHIaMeHTa/IbHbIe IPOOIEeMBI CTPYKTYPHOI [UATHOCTUKN
(GYHKIMOHAIBHBIX MaTepUaToOB C INPYMEHEHNEM JCTOYHUKOB
CUHXPOTPOHHOTO M3JYy4eHMS C yAbTPAMaablM 3MUTTaHCOM».
OTOT HayYHBbI IPOEKT OB IIOCBAIIEH BHIPAIMBAHNIO Y XapaK-
Tepu3alu BBICOKOCOBEPIIEHHBIX MOHOKPUCTA/IZIOB Ha OCHOBE

CHETMPEB

Hukuta Uropesuy
VIHCTUTYT KpucTannorpadum
um. A.B. Ly6HMKoBa,
KKKu®, HUL, «Kypyartosckuit
VIHCTUTYT»

um. A.B. LLly6HNKOBA,
KKKn®, HIL «KypyaToBckui
VHCTUTYT»

KYJIMKOB
AuToH leHHapbeBKY
- WHcTuTyT KpUcTannorpacum

Arynos

s Ceprei Bnagumuposuy
% KpbiMcKuii dhegepanbHbIi
| yHuBepcuteT

um. B.W. BepHagckoro

CTAPYMKOB

Cepreit CepreeBuy
WMHCTUTYT KprcTannorpadun
um. A.B. LLIy6HMKOBA,
KKKu®, HUL, «KypyatoBckuii
VHCTUTYT»

MOrUNEHEL

HOnus AnekcanppoBHa
KpbimMcKkuii dhefiepanbHbiii
YHUBEPCUTET

M. B.W. BepHaackoro

CTPYTALKMiA

Mapk bopucoBuy
npoceccop,

KpbimMcKuii thefiepanbHbiii
YHUBEpPCUTET

1Mm. B.W. BepHagckoro
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6opara xenesa FeBO,. Takme KpyucTaIb ABIAOTCA KITOYEBHIM
3/IeMEHTOM JU/IS1 Pea3anuy MeTOJOB UCCIeNOBaHNA, OCHOBAH-
HBIX Ha AfepHOM ramma-pesonance (AI'P, wmm apdexr Mécc-
6ayspa) ¢ UCII0/Ib30BAHUEM CHXPOTPOHHOTO U3/TyYeHNU.

CHHXPOTpPOHHbIE METOJbI VICC/IEOBAHMNS, OCHOBAHHbIE Ha
ATP, - yHuKanbHBIE METOABI VICCTIENOBAHMA (PUBNKO-XMMUYe-
CKMX CBOJICTB (DYHKIIIOHA/IbHBIX MaTep1aioB U HAHOOOBEKTOB,
B TOM 4YJC/Ie B 9KCTPEMa/IbHBbIX YCIOBUAX BBICOKUX HABJICHMIL,
HV3KIX VI BBICOKVX TeMIIepaTyp, CHJIbHBIX MAaTHUTHBIX 1To7Ielt [1].
BaxHeNIM UX IpYMeHEeHIeM SABJIAeTCS UCC/IeJOBaHNe HOBBIX
BbICOKO9HEPTOHACBIIIEHHBIX MaTePUAIOB 11 CBEPXIIPOBOSHIKOB,
CO3[]aBaeMbIX B YCIIOBMAX BBICOKMX [aB/IeHUII, BKIIIOYas dHep-
reTM4ecKye MaTepuasbl U BBICOKOTEMIIEpaTypHble CBEPXIIPO-
BopHUKY [2]. [Tofo6HbBIe METOIBI HOJHMMYT Ha HOBBIl YPOBEHb
TEXHOJIOTHIO TIOJTy4eHV 1 VICC/IETOBAHMA HOBBIX 9Heproaddex-
TUBHBIX MAaTePUAIOB Y MOTYT IPUOIM3UTD pellieHre IPO6IeMbl
KOMHATHOII CBEPXIIPOBOJVIMOCTI.

[ pyroit BakHelimert o6macTeio puMeHeHns Metonos AIP-
CIIEKTPOCKOINY C JICIIONIb30BaHMEeM CUHXPOTPOHHOTO M3/TyYeHI
ABJIAETCSL Pa3BUTHE IPUPORONOZOOHBIX TEXHOJIOIUII 1 pelleHe
psAna GyHZAMeHTaTbHBIX 3a/ja4 Te0IOruy 11 (PM3IIeCKOro MaTepya-
JIOBEIeHNA Ty TeM IIPOBeMIeHNs SKCIIEPUMEHTOB B YC/IOBIAX, aHA/IO-
TYYHBIX CYLIECTBYIOLVIM B KOpe, MAaHTHM U Afpe 3emn [3].

Baxnermum ycmosueM npu nposefenun AI'P-uccmegoa-
HUJI C IpVMeHEHMeM JMCTOYHMKA CHHXPOTPOHHOIO M3Ty4eHIN
ABJIACTCS BbIJje/IeHNe U3 6eoro M3TydeHns y3KOro MHTepBaa ¢
sHeprueit (mopsizfka 10~ sB), cooTBeTCTBYyOLLEl MECCOAYIPOBCKO-
My pe3oHaHCy. [I1s1 3TOII Ie/in Ha Hadya/IbHOM 3Talle UCIIOIb3yeTCs
CHCTeMA CTaH[APTHBIX MOHOXPOMATOPOB Ha OCHOBE KPJCTA/IIOB
KPEeMHIUs, KOTOpble, OJHAKO, He 00eCledyBaIOT JOCTaTOYHOI
TOYHOCTI HACTPOJKY Ha Pe30HAHCHYIO YacToTy. MeTopomnoriye-
CKasi OCHOBA JU/IAI pellleHNsI 9TON po6IeMbl OblyTa HaiifieHa B psifie
K/IACCUYECKUX PAbOT, MOCBSILIEHHBIX PE30HAHCHOMY S/IEPHOMY
PaccestHMIO raMMa-M3Ty4eHN B KPUCTA/UIAX, KOTOpPbIe ObIIN BBI-
nonsaens! 10.M. Karanom n A.M. AdanacreBbiM B KypuaToBcKkoM
MHCTUTYTe [4, 5]. B KadecTBe BasKHEIIero MPUK/IATHOTO Pe3yiib-
TaTa 9TUX pabOT MOXXHO BBIIETINTD IIPefCKa3aHNe SBICHNS «4U-
CTOII sAflepHON AudpaKumMmu» Ha KPUCTAJUIaX JIETKOIIOCKOCTHBIX
CmabbIx (heppOMarHeTHKOB, K KIACCYy KOTOPBIX IHPMHAJJIEKAT
u 6opar xenesa FeBO,. TIpn onpeneneHHbIX YCTOBUAX 9TO faeT
BO3MOXKHOCTD ITOTTyYeHVS U3 JUPParpOoBaHHOTO CIEKTPA Y3KOI
PE30HAHCHOI TMHUNL. SIBIeHMe «4uCTO fAflepHO AndpaKIum» B
kpucraie FeBO, cBsi3aHo ¢ TeM, 4TO B CEMENCTBE KPUCTA/UTYE-
ckx mrockoctett (001) s aByx monos Fe’', BxopsAmmx B cocTas
97IEMEHTAPHOM AYENIKY, IMEET MECTO IIOracaHye PEHTIEHOBCKIX
IMGPaKIVOHHBIX OTPAXEHMII 13-32 PAa3HBIX 3HAKOB aMIUIUTY,
paccesHys. udpaxums ske pe3oHaHCHOTo (MEccO6ayspoBCKOro)
U3TyYeHNs, TOMAPU3ALNA KOTOPOTO 3aBUCUT OT OPMEHTALUN
MarHMTHBIX MOMEHTOB sAfep *’Fe, Oka3bIBaeTCsl BO3SMOXKHOI U3-3a
HOYTM AHTUIIAPAJUIENIBHOTO YHOPSIOYEHUA IBYX MAarHUTHBIX
nozpenieTok B FeBO..

YIIOMAHYTBII UMK/ pabOT HOMYYWI IIMPOKYIO U3BECTHOCTD
u eme B 1976 r. 6611 or™MedeH locygapcrBenHnoit npemueit CCCP.
HecmoTpst Ha 3TO, MUIIb CPAaBHUTEILHO HElABHO METOAMKA, V3-

BECTHAsA Cell4ac KaK «CUHXPOTPOHHA:A
MécchayapoBcKast CIIEKTPOCKOIIsT»,
CTajla JOCTyIHa B EBpomeiickoM cuH-
xporponHoM neHTpe (ESRE ®panmms),
a Take B SIMOHMM Ha CUHXPOTpOHE
SPRING-8. B Hacrosmee BpeMs 3Ta
MeTOAMKA 3aIUIAaHMPOBaHA K peannsa-
MM B TIEPBOJT OUYepeNy IepCIeKTUBHBIX
POCCUMIICKUX CUHXPOTPOHHBIX L[EHTPOB
CIWJIA u CKUO.

OpHako CyIlleCTBEHHbIE OIPaHM-
YeHUsl Ha JlajIbHeillllee pasBUTHE ITUX
METOJIMK HAK/Ia/[pIBaeT mpobiema nedu-
IIUTa BBICOKOCOBEPIIEHHBIX MOHOKPH-
CTa/MIecKnx o6pasioB 6opara xxenesa,
KOTOPBIE, KAK OTMEUEHO BBIIIIe, SIB/ISIOT-
Cs1 K/TIOUEBBIM 9/IEMEHTOM B MOHOXPOMa-
TU3ALVUM CHHXPOTPOHHOTO W3JTy4eHUsI.
Kpome Toro, ms TpebyeMbIxX yCIOBMIL
anepHoit nudpakuum kpucrann FeBO,
HeOOXOIMMO TIOfIiepXKUBAaTh B Y3KOM
(107 K) mnamasoHe TeMIepaTyp BOIUsM
MarHuTHOro (a3oBOrO Iepexofia, 4TO
CYILIECTBEHHO YCTIOXKHSET 9KCIEPUMEHT
[6]. OgHMM U3 BO3MOXKHBIX TMOIXOIOB
K 9TOI mpoO/eMe SIB/ISETCS CUHTE3 U
UICCTIeIOBaHMe KPUCTA/IOB Ha OCHOBE
6opara xerne3a, uMeromux Touky Heess
BO/IN3Y KOMHATHOI TeMIeparypsl [7].

Il peleHMst STUX HAay4YHBIX 3a-
lad B paMKax nnpoekta POOII 6b11a 06-
pasoBaHa COBMeCTHAsI Hay4YHas IPYIIIIa,
cospjaHHas ydyeHbiMu u3 Hayuno-uccre-
noBaTenbckoro IueHtpa «Kpucramio-
rpadus n poronnka» PAH (B Hacros-
mee BpeMs — Kyp4aTOBCKuMiT KOMILIEKC
Kpucramtorpadun u GpoToHuKy, . Mo-
ckBa), KppiMckoro ¢enepanbHOro yHM-
Bepcuteta (. Cumdepomnons) u Pusn-
KO-TeXHOJorn4eckoro uucruryra PAH
(r. Mocksa). Hayunyo rpynmy Bosria-
BII JOKTOp (M3MKO-MaTeMaTH4eCKUX
HayK, Ipogeccop, 3acIy>KeHHBIT Hesd-
Tenb Hayku Poccuiickort ®epmepanym
I.C. To6ytun. Koopaunaropom pabor
CO CTOpOHBI yueHbIX 13 KpbiMa BbICTY-
W JOKTOP (M3MKO-MaTeMaTH4eCKUX
Hayk, npodeccop M.b. Crpyranxuii.

B mnHacrosmeil craTbe INpenCTaB-
JIeHBl OCHOBHBIE pPe3y/IbTaThbl 110 BbIpa-
I[VIBAHMIO MOHOKPUCTA/UIOB Ha OCHOBE
Oopara Xeme3a ¥ MX MHOTOYMC/ITEHHBIX
9KCIIEPYMEHTA/IbHbIX  MCC/IEJOBAHNIA,
BBITIOJIHEHHBIX B paMKax HayYHOTO IIPO-
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exra Ne19-29-12016 B 2019-2023 T, a
TaK)Ke pe3y/lbTaTbl HOBBIX MCC/IEOBa-
HMWII JAHHBIX KPVCTAJIIOB.

HekoTopble MarHuTHBIE U
CTPYKTYpHBIE CBOJICTBa 60paTa
xkenesa FeBO,

Bopar sxenesa FeBO, mpencras-
nsieT coboil peKuil Mo CBOMM CBOJi-
CTBaM KPUCTA/UI, KOTOPBINl SABJIAETCS
«IIPO3PAYHBIM MArHETUKOM», TO €CTb
MaTepuagoM, COYeTAOI[IM MarHUTHOE
yIopsifoueHne IIpy KOMHATHOI TeM-
mepatype ¥ BBICOKYIO IIPO3PayHOCTDb B
BupguMoM pauanasoHe [8]. Mccnenmosa-
TEIbCKUI MHTEepeC K 9TOMY KPUCTAJLTY
00yC/IOB/IeH YHUKAIbHBIM COYETaHUEM
MarHUTHBIX,  MarHUTOAKYCTUYECKIX,
MarHMTOONTNYECKNX,  PEe30HAHCHBIX
U OPyTUX CBOJCTB. B 3TOJ CBA3U Kpu-
cramipl FeBO, aB1AI0TCS BaXKHBIM MO-
IIe/IbHBIM 00'beKTOM JJIA VICCTIEIOBAHMII
B obmacty U3MKM TBEPAOTrO Tema Iu
MarHeTusMa.

Kpucrannmaeckas crpykrypa 6o-
para >kele3a ONMCHIBAETCS IPOCTPaH-
CTBeHHOI1 rpymmoii cummerpun R3c. C
TOYKV 3PeHMS MAarHUTHO CTPYKTYpBbI
9TOT KPUCTA/UT sIB/sieTcsl aHTUeEppo-
MarHeTMKOM cO c7mabbiM (peppoMarHe-
TU3MOM ¥ MAarHUTHONM aHM3OTPOIMEN
THUIIA JIETKasi INIOCKOCTD [9]. MarHuTHbIe
MOMEHTBI aTOMOB JKe/le3a PacHoIoXKe-
HBI B C/I0AX, IApaJUIeIbHBIX 0a3MCHO
IVIOCKOCTY KPUCTAJIIA, ¥ YHOPS/JOYEeHBI
anTu¢deppomaranuTHo. OIHAKO BBUAY
AHTUCUMMETPUYHOTO CYIIepOOMEHHOTO
B3anMoperictBuA (addexr [3samommn-
ckoro - Mopun), MarHuTHbIe IOfpe-
IIeTKY CJIeTKa CKOIIeHbI, YTO CO3JjaeT
CMabblil pe3y/IbTUPYIOLUINIT MaTHUTHBIN
MoMeHT. Hanmnune sToro MoMeHTa 00-
YC/IOB/IMBAET MPOLECCH ITepeMarHndi-
BaHMs B KpUCTa/UIax Gopara sxernesa.

Pa3pa6oTka TeXHOTOTUM PacCTBOP-
PAacCIUIaBHOTO CMHTe3a KPUCTA/IOB
6opata xenesa FeBO,, a Taroke
KpUCTA/I/IOB TBEPABIX paCTBOPOB HA
€ro OCHOBE

Kpucrann 6opara xemesa MOXeT
6bITb CMHTE3NPOBaH ABYM:A OCHOBHBIMNI
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CTPYKTYPHASl [JMATHOCTUKA MATEPMANOB @ BECTHHK Pdrbi

crioco6amiu: u3 ra3oBoii (asel 1 U3 pacTBOPA B BBICOKOTEMIIEpa-
TypHOM pacmase [10, 11]. IlepBbiit ctoco6 mpuMeHseTCs A
HO/Ty4eHNsT 00BEMHBIX (M30METPUYHBIX) KPUCTA/UIOB C XOPOLIO
PasBUTBIMM HeGA3UCHBIMM IpaHsAMU. BTropoit cmocob mcnosnp-
3yeTcs I/IA CMHTe3a COBEPUIEHHBIX IIACTMHYATHIX KPUCTAJIIOB,
IVIOCKOCTDb KOTOPBIX ITapajIIe/IbHA CeMeJICTBY KPMCTa/INIeCKIX
mwrockocreit (001). C yuyeToM TOro, YTO VIMEHHO JJIA 3TOTO Ce-
MeJICTBA IIJIOCKOCTEN OKa3bIBAETCA BO3MOXKHBIM HaOIOfaTh
SBJICHNE «9MCTOM AfepHOI AydpaKII», CHHTe3 U3 pacTBOpa B
BBICOKOTEMIIEPATYPHOM pacIlIaBe sIB/IAeTCS Hanbojiee ImepCIeK-
TUBHBIM UL IOTy4YeHUs KPUCTa//IOB-MOHOXPOMAaTOPOB Ha OC-
HoBe FeBO.,.

[l mpoBefeHNsA POCTOBBIX SKCIEPUMEHTOB B IIpoIlecce
Halrelt paboThl ObI/I CKOHCTPYMPOBAH 1a0OPATOPHBII POCTOBOIA
KOMIIIEKC, COCTOAIINI 13 TPeX POCTOBBIX YCTAHOBOK ¥ MaJIo-
rabapuTHOI 1e4y, KOTOpast CAY>KUT AJIsl HAIUIaBIeHMs MIVXThI
[12]. ABTOMaTM3aIMs POCTOBOrO Ipolecca obecrednBaeT Cy-
IIeCTBEHHOE COKpallleHVe BpeMeHM IIOATOTOBKY ¥ IIPOBeIeHM
Kpucramaanny. HecoMHeHHBIM JOCTOMHCTBOM CKOHCTPYMPO-
BAaHHOTO POCTOBOTO KOMIUIEKCA ABJIACTCSA VCIIO/Ib30BaHME Y37I0B
U arperaToB POCCUIICKOTO ITPOM3BOJCTBA.

C 1e/1bI0 MOBBIIIEHMsI KOHI[EHTpALuy MEcc6ayspoBCKUX
sfep B CUHTe3MpPyeMBIX 00pasliaX MCIO/Nb30BAJICSI PEAKTUB OK-
cupa >Kermesa, o0OrameHHOro n3oTornoM ~'Fe. ODTO Ba)KHO IjiA
yBe/INYeHNSI MHTeHCUBHOCTY AM(ParnpoBaHHOTO OT KPMCTasl-
JTa-MOHOXPOMAaTOPa Pe30HAHCHOTO M3TyIeHII.

B pesynbrare mpoBeieHHOI paboThI pa3paboTaHbI CIeAYI0-
IIVie TEXHOIOTMYEeCKIIe PEXXVIMbI CHTe3a MOHOKPYICTA/IIOB:

— CMHTe3 Ha 3aTPaBKy C MCIO/Ib30BaHNMEM BpPAIIAIONIEro-
Cs  KpUCTA/UIOfiep>KaTe/is, 00ecHednBaioliero paBHOMEPHYIO
[Oofja4y KPUCTAIO00pasyoIMX KOMIIOHEHT U3 pacIlaBa K 3a-
TPAaBOYHOMY KPUCTA/UTy, @ TAKXXe M3B/ICUeHNEe BbIPAIIEHHbBIX
KPUCTAJIIOB JIO 3aTBepfieBaHMs pacTBOpa-paciviaBa. Ha puc. I B
Ka4yecTBe MpuMepa MokKasaHbl MOHOKpucramibl FeBO, Ha kpu-
crannogepxarene. Hanbomnee kpymuslie 06pasubl umenu Gpopmy
IJTACTUH C PasMepPOM [0 5-7 MM B IIOIEPEYHMKE U TONIUHY
80-140 mxm [12];

— CUHTe3 C IIEPeBOPOTOM TUI/IA, KOTOPBIN ITO3BOJIAET
CIMBaThb BBICOKOTEMIIEPATYPHBIl pacTBOp. DTO obeciednBaeT
BO3MOXKHOCTb OT/Ie/INTh CUHTE3MPOBAaHHbIE 00pasIbl OT pac-
TBOpA-pacIlIaBa [0 ero OCTBIBAHMA U 3aTBepPAieBaHMA, YTO MU-
HUMM3VPYeT pas3pylIaolee BIIAHIE 3aCThIBAIOIET0 pacTBOpa-
paciiaBa Ha CMHTe3VPOBAaHHbIE MOHOKPMCTA/UIBL. DTUM MeETO-
IIOM TIOTTYYeHbI IUIACTVHBI KPUCTA/UIOB BBICOKOTO KadecTBa /IO
10-12 MM B nomepevyHuke TommyHoi 50-160 mxm [13];

— MHOTOKpAaTHOE JICII0/Ib30BaHIe PaCTBOPa-pacIyIaBa pK
CHHTE3€ MOHOKPUCTA/IIOB C M30TONOM ene3a *’FeBO,. ITa me-
TOZIVKA ITO3BOJIAIET YBEIMUUTD KOTNIECTBO CUHTE3/PYEeMBbIX BbI-
COKOCOBepIIeHHbIX KpucTaanos *’FeBO, u3 ncxognoro o6bema
floporocTosero okcusa “’Fe,O,, 4TO CyIeCTBEHHO yfleleBIseT
IIPOIIecC CUHTE3a.

Takoke ObUT CUHTe3UPOBAH Psif KPUCTAJUIOB TBEPAbIX pac-
tBopoB Fe, Ga BO, ¢ mmpoxkum [yanasoHOM 3aMeljeHust xe-
nesa rammeM (0<x<1). Kak OyzeTr mokasaHo HIKe, BBeleHIUE
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TaJuIMsl B COCTaB MOHOKPUMCTA/ZIOB II0O3BOJIAET YIIPABJIAEMO
Bapr/[pOBaTb X MAarHUTHBIC CBOIZCTBa, B TOM 4YlCJ/I€ 3HAYECHIE
TeMIepaTypbl MarHUTHOTO ()a30BOro mepexofa. ITO MOXKET
OBITH CYLIECTBEHHO BaXKHBIM IIPM VICIIO/Ib30BAHNM 0OpasIiOB B
KayecTBE MOHOXPOMATopoB. [Ipumepsl CMHTE3MPOBAHHBIX 00-
PpasuoB IpejcTaBaeHsl Ha puc. 1.

ﬁ———.—.

f——— 50 MM

Puc. 1. [Ipumepsi curmesuposarrvix 06pasyo6: monokpucmannv Fe, Ga BO,cpasnuunoii
KoHyernmpayueii x (66epxy), u moroxpucmannst FeBO, na kpucmannodepsiamene (6Husy).

CrpyKrypHas cTrabuabHOCTb MOHOKpucTanios FeBO,
nFe, Ga BO,

C 11e71b10 M3y4eHMA COCTOSHUA KPUCTATI/IA IIPU BO3/EICTBUM
BBICOKIX TeMIIepaTyp B JAHHOM IIPOeKTe pa3paboTaHa KOHCTPYK-
IV M CO3JlaHa YCTAaHOBKA /I NPOBeNeHMsA IKCIEPUMEHTOB I10
oTxury kpucramno FeBO, B pasnumuHbIX razoBbIx cpesax [14].
BBICOKOMHTEHCMBHOE CUHXPOTPOHHOE OOTydeHue MOXKET BbI-
3BaTh TeMIlepaTypHble ¥ pajinalliOHHble BO3JEIICTBUA Ha KpU-
crann FeBO,, nostomy usydenue atux 3hexToB oueHb BaKHO
I7IS1 KOHTPOJIA SKCIITYaTal[MIOHHBIX XapaKTePUCTUK KPUCTANTIOB.

B mporecce 5Toit pabOTHI MOKA3aHO, YTO MIPY BO3AEIICTBUN
BBICOKMX TeMIIEpaTyp B CTpyKType KpucramioB FeBO, nacry-
AT HeoOpaTuMble M3MEHEeHNs, CBA3aHHBbIe C 00pa3oBaHMEM
HOBBIX KPUCTA/INYECKNX (a3, COCTaB KOTOPBIX CMIBHO 3aBUCUT
OT ra3oBoit cpexpl mpu oTxure [15]. ITo pesynbraram peHTre-
HOBCKOTO (ha3oBoro aHammsa (cM. audpakrorpaMMel Ha puc. 2)
1 ME€ccOayspOBCKOIl CIIEKTPOCKONMM YCTAHOBIEHO, YTO OTHKMNT
Ha BO3JlyXe MM B IPOTOKe aproHa npu Temneparype 800°C se-
IeT K yacTU4HOI, a mpu 1 000°C - K IIOTHOI MepeKpucTasinsa-
unu 6opata xenesa B ¢pasy remaruta a-Fe O,. OTxur B mpoToke
Bofioponta nipu 800°C BesieT k nonHoit Tpanchopmanun FeBO, B
daspr Fe B O, 1 a-Fe, a npu remnepatype 1 000°C - B dasy a-Fe
1 aMOP(HYI0 COCTABIAIIYIO.

Taxke yCTaHOBJIEHO, YTO B BbIPAIlleHHbIX HAMM KpUCTasl-
nax GaBO, BospeiicTBME BBICOKMX TeMIlEpaTyp HPUBOIUT K
CTPYKTYPHBIM U3MEHEHVAM, CBA3aHHBIM C 00pa3oBaHueM (asbl
f-Ga,0O,. Omxur o6pasiios cmentanHoro cocrasa Fe , Ga .BO,
npuBoauT K uX TpaHcopmauuu B Hobble daspl f-Ga,O, n
(Fe,Ga),0,. YcranoBreHna 60nbInas yCTOMYMBOCTb KPUCTATIIOB

cMmemranHoro cocraBa Fe Ga BO,
BO3E€MCTBMIO BBICOKIX TEMIIEPATYP IIO
CPaBHEHNIO C KpUCTa/UIaMU «YNCTBIX»
das FeBO, u GaBO, [16].
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Puc. 2. Penmeenosckue ougpaxmozpammot (Cu-K,
A=1.540 56 A) o6pasuoe FeBO, 00 omiicuza (a), a markice
omoxcxcennvix npu 800°C u 1000°C 6 ammocpepe
8030yxa (b, c), apeona (d, e) u 6odopooa (f, g).

ArTecTanys CMHTE3MPOBAHHBIX
o6pasioB

Baxxnerimieir  XapaKTepUCTUKON
KPVCTA/JIOB [ MX NPUKIAJHOTO Mpu-
MEHEHUSA ABJAETCA CTENEHb UX CTPYK-
TypHOTO coBepiueHcTBa [17]. IloaTomy
CYHTE3/pOBaHHbIE B paMKaX IIPOEKTa
KPVCTa//Ibl aTTeCTOBBIBA/INCH C IIOMO-
IIbI0 PEHTI€HOBCKMX M OSNEKTPOHHO-
MUKPOCKOINYECKIX MEeTOJOB.

MeTtopmaMyt 97EKTPOHHONM MMUKPO-
CKOIIMM M PEHTT€HOBCKOI Judpax-
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LU MCCTIEIOBAHO COBEPILEHCTBO 3TUX
kpuctaioB. OmnpeniesieH 371€MEHTHbIN
COCTaB MOHOKPUCTA/IIOB, IIOTy4eHbI
PEHTTeHOBCKNE KpMBble KadaHu:A. YcTa-
HOBJIEHO, 4TO cofepkanue Fe nu Ga B
BBIPAILIlEHHOM KPUCTA/Ie OTINYAeTCs
ot cootHouenus Fe/Ga, 3a10KeHHOro
B IINXTE.

Ilo  pesynpraTamMm  BU3yanamusa-
UMM aTOMHOM CTPYKTYPbl KPUCTaJ/IOB
Fe, Ga BO, ycTaHOBNIEHO OTCYTCTBME
BUZIVIMOTO JIOKAQJIbBHOTO pasyIopsfoye-
HIs aTOMOB JKejle3a U TajUIis, a TaKXKe
TOYEUYHbIX U HpOTH)KGHHbIX ,E[e(l)eKTOB
KPUCTA/IJINYECKON CTPYKTYPBL.

OO6Hapy>keHO, YTO pPEHTTEeHOB-
CKMe KpUBBlE KavyaHUs KPUCTAIOB
Fe, Ga BO, (0<x<1) mmeror TeH/eH-
IONI0 K y].HI/IpeHI/[IO C yBeHI/I‘{eHI/IeM KOH-
LeHTpaluM [UAMarHUTHOM IIPUMeCH
rajms. 9TO MOXET ObITh CBA3aHO C
He6OJ'II)H_U/IMI/I VICKOKECHUAMU CprK-
Typr 3a CyeT pasm/['ma VMIOHHBIX pa—
mnycoB Fe'* m Ga** (puc. 3). Metomom
PEHTIeHOBCKOII Tonorpaduu mokasaHo,
YTO [IA KaXKJOTO U3 MCCIESOBAHHBIX
00pasIoB CyIIeCTBYeT 3HAYNUTEIbHAs
06macTh, cBOOOHASI OT le)eKTOB 1 Ha-
NPsDKEHUN, U TaKye KPUCTAJUIbl MOTYT
OBITD MCHOMB30BaHBl B CUHXPOTPOH-
HBIX 9KCIIeprMeHTax [18].

OTHOCHTE LA HHTCHCHBHOCTL:

..-=—""')- i {

=11 =50 o 50 110
iy YT €,
Puc. 3.  Oxcnepumenmanvrvie U pacuemHole

Kpuevle Kauanus O0ng  MoHokpucmannoe FeBO,
(ssepxy) u Fe,,Ga, BO, (8Husy). 3enenvie mouxu —
IKCnepumermanvHvle OaHHble, KPACHOIL NYyHKMUp -
pesynvmam MOOeNUPOBAHUS, KPACHbIMU U  CUHUMLU
06nacmamy  NOKA3AHbl MAKCUMYMbL ¢ NPOPUIAMU,
3adaumvimu pyHxyueil ncesdo-Poiizma.

No 3-4 (123-124) nonb—nekabpb 2024 r.

CTPYKTYPHASl [JMATHOCTUKA MATEPHANOB @ BECTHHK Pdrbi

JoIOMHNTEeNbHO OAVH 13 CUHTE3MPOBAHHBIX B paMKax
npoekrta Kpucrtannos FeBO, 6 aTTecTOBaH B XOfie CUH-
XPOTPOHHOTO 3KCIIEPMMEHTA Ha CTAHLUMU AJEPHOTO pe3o-
HaHcHOTO paccesHus ID-18 ESRF (Ipeno61p, ®pannus).
ITony4yeHHBIE pe3yNIbTaThl MOATBEPKAAIOT BBICOKOE CTPYK-
TYPHOE KaueCTBO ¥ BO3MOXXHOCTDb IIPYIMEHEHNU S TAKUX KPU-
CTa/IJIOB B KadyeCTBe MOHOXPOMAaTOPOB B CHMHXPOTPOHHBIX
9KCIepPMMEHTaX Ha OCHOBE ANePHbIX PE30HAHCOB.

Nsyvenne KkpucTanindeckom crpykrypst FeBO,
u Fe, _Ga BO,

[lns yuera BIMAHNUA TeMIepatyp u 9 PeKkTos 3aMele-
HIA XKefe3a Ha rajnuii B MoHoKpucTannax FeBO, 6b1m mpo-
BeJleH p:AJ| NPeNV3NOHHbIX CTPYKTYPHBIX MCC/IeOBAHMIL.

YcTaHOB/IEHO, 4YTO BCe IONyYeHHble KPUCTAIbI
Fe, Ga BO, nMewT TPUTOHATIBHYIO KPUCTA/IINIECKYIO CTPYK-
TYpY € IpocTpaHcTBeHHOI rpymnmoii R-3C (Z=6) Bo BcéM ana-
masoHe 3aMelleHusa >kene3a Ha ramit (0<x<1). IlokasaHno,
4YTO IIPOTMBOIOJIOKHOE PACIIONIOKeHNe KICTOPOAHBIX Tpe-
yronpHukKoB BO, B KaX7oM cocenHeM cnoe CTpykTypst FeBO,
IPUBOAUT K Pa3HOI OpMEHTAINY KICIOPOIHBIX OKTa3POB, B
LIeHTPax KOTOPBIX HAXOJATCS MOHBI Xenesa [19, 20].

Temneparypa Jle6as, BbIuKMCIeHHAs HAa OCHOBE PEHT-
TeHOCTPYKTYPHBIX HAHHBIX /I KaTMOHOB B CTPYKTYype
FeBO,, cocrapuma 440(1) K s aromos Fe n 1063(4) K s
aromoB B [21].

B kpucrannax tBepabix pactBopos Fe, Ga BO, ¢ ysenu-
4yeHMeM KoHLleHTpauuu Ga mapaMeTphl 3/IeMEHTapHOM A4eli-
KJI YMEHBIIAIOTCS, YTO KOPPENINPYeT C BeTNUNHAMYU MOHHBIX
papnycoB Fe’* u Ga’'. Paccrosanne (Fe, Ga)—O ymeHbuaeTcs
¢ poctoM KoHLleHTpauun Ga, a pacctossHua B—O ognHaKOBbI
I BCeX KPUCTA/UIOB. XapaKTep pacHpeeeHNs 3/eKTPOH-
HOJI IVIOTHOCTY OAVMHAKOB JJIs1 KPUCTA/IOB C PAa3/INMYHBIM CO-
mep>xaHreM Ga, 4YTO IOATBEpPXKAAaeT BBICOKOE KAaueCTBO KpIU-
CTAJ/I/IOB «CMELIaHHBIX» (as.

B Touke marHUTHOTrO ymopsagodenus T, Habmopaer-
cs CKaukoobOpas3Hoe m3MeHeHMe KO3GQPUIMEHTOB TemIo-
BOro pacmumpenns kpuctannos FeBO, n Fe, Ga BO, [22].
9TO CBA3aHO C UCYE3HOBEHMEM MATHUTOYIPYTOro B3au-
MOJIeJICTBMS NIpK Iepexoje oOpasla B MapaMarHUTHOE CO-
crosnme. Ha puc. 4 moxasaHbl ce4eHUs yKas3aTelbHBIX IIO-
BEPXHOCTEI TEH30pa TeIIOBOro pacumupenus pns FeBO,
un Fe , Ga  BO,, paccuuranHuble s TeMIepaTyp HUXKe U
Bblne TOuky Heens. YkasaTenbHbIe TOBEPXHOCTH ABJIAIOT-
CSl HAIIA[HBIM IIPeJCTaBIeHNeM aHU30TPOINUN TEIIOBOTO
pacmpeHns U XapaKTepU3y0T OTHOCUTE/TbHbIE BeTINHBI
CBOJICTBA B Ka)XXJIOM HaIlpaBJIeHUN KpucTamnia. MoxXHO BI-
IeThb, YTO BBILIE TeMIIEPATYPbl MATHUTHOTO YIOPALOYEHUS
dbopma moBepxHOCTM OO/ee M30TpomHa. B pamkax pabot
HaJ IIPOeKTOM Oblya IpejIoXKeHa TeopeTndecKas MOJeb,
KOTOpas II03BOJIAET Ha OCHOBE JAaHHBIX PEHTTEHOCTPYK-
TYPHOTO aHa/IN3a ONpeNeNATh MATHUTOYIIPYTyie KOHCTAHTBHI
TPUTOHATbHBIX KPUCTAJIIOB.
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Puc. 4. Ceuenus ykasamenvHvlX nosepxHoCmeli meH30pa mMennosoz0 PACUUPEHUs O

FeBO, (cnesa) u Fe,, Ga,  BO, (cnpasa) eviwie u nusce mouxu Heens (cunsis u kpacnas

JIUHUU coomsemcmser—mo).

MarHuTHbIE U pe30HAHCHbIE CBOIICTBA MOHOKPUCTA/I/IOB Ha
OCHOBe Oopara xene3a

OpHoit M3 BaKHENIINX 3afad IpoeKTa ObIIO JeTanbHOE
U3y4eHVe MaTHUTHBIX, PE30HAHCHBIX U 3/IEKTPOHHBIX CBOJICTB
CUHTEe3VPOBAHHbBIX KPUCTAJIIOB.

C nomompio M3MepeHuil HaMarHMYeHHOCTH OBbIIO ycTa-
HOBJIEHO, YTO Jla)kKe HeOOIbIlasA KOHI[EHTPAI[Ms AMaMarHUTHON
MIpMMeCH TajIus CYLIeCTBEHHO BIMsAeT Ha MaTHUTHbIE CBOJICTBA
MoHokpuctamioB FeBO,. B yactHoctu, kpucramnst Fe, Ga BO,
OTIMYAIOTCS OT 0OPa3I[OB UCXOTHOI (Hhas3bl FeBO3 MIOHV>KEeHHOM
TeMIIepaTypoil MATHUTHOTO ()a30BOT0 IIePeX0/ia 11 MOBBIIEHHO
aHTU(EePPOMATHUTHON BOCOPUMMUUBOCTBIO MPU HUSKUX TeM-
neparypax. B mapamaruuTHoi o6/acTi KpyBble HAMarH4yuBa-
HVIA U1 000MX KPUCTA/IIOB TeMOHCTPUPYIOT SIBJIEHVE IHIYIIV-
POBaHHOTO MarHUTHBIM I1071eM aHTU(deppoMarHeTusma (puc. 5).

e

Hamarnamuennoc s, mer

248 > Feyg,GaygBO,

30000 40000 50000
MarnuTnoe noae, 3

0 10000 20000

Puc. 5. Tlonesvie sasucumocmu HamazHuuenHocmu kpucmannos FeBO, (senenvie kpyau,) u
Fe,, Ga,,BO, (cunue mpeyzonvHuxu), usmepenmbvle npu pasnuuHbLX memnepamypax.

C mnomoupo MEccHayIpOBCKOIN
CIHEKTPOCKOINM YCTaHOB/JI€HO, 4YTO B
kpucramie FeBO, peanusyercs xom-
6I/IHI/IpOBaHHO€ MArHmTHOEC [OUIIO/Ib-
HOe M 3JIeKTPMYecKOoe KBAIPYIOIbHOE
B3aJIMOJIETICTBIE, KOTOPOe OIIpefernseT
0COOEHHOCTY CBEPXTOHKON CTPYKTYPBI
MEccHayIpOBCKUX CIIEKTPOB BOMU3U
TeMIIepPaTypbl MAarHUTHOTO (a3o0BOTO
nepexoya.

[paguenT 2mMeKTPUYIECKOrO IOJNA
Ha sAgpax *’Fe B 6opare xenesa obna-
JaeT aKCUaJbHON CUMMETPUEN, €ro
IIaBHasA OCb COBIIAZIaeT C KPMUCTAJIO-
rpadmueckont ocpio [001]. IloxasaHo,
4TO IIOABJIEHNE ABYX MOIIOTHUTE/IbHDBIX
PE3OHAHCHBIX JIMHUI B CBEPXTOHKOII
CTPYKType MEcc6ayapOBCKOTO CIIeK-
Tpa CYI[ECTBEHHO BIMAeT Ha GopMmy
cnektpos FeBO, B6musu TemmepaTypbr
Heens.

OpHMM M3 BaKHENIINX pe3y/b-
TaTOB BBIIIOJTHEHNA PAabOT MO IIPOEKTY
ABJISIETCS OIIpeJieIeHNe MPeLVI3VIOHHBIX
3HAUeHMII IapaMeTPOB CBEPXTOHKOTO
B3aMOJIEIICTBUsL B Oopare Xemesa B
IIPOKOM AMaIla3oHe TeMmmneparyp [21].

YcTaHOB/IEHO, YTO MarHUTHBIE
MOMEHTDBI B IBYX IIOAPEIIETKAX JKEIe3a
m ¥ m, nexar B 6a3MCHOM IIOCKOCTI
KPUCTA//Ia, & ITIaBHAsA OCb TPajifieHTa
3/IeKTPUYECKOTO 10/ Z' OPTOrOHA/IbHA
MaruMTHbIM MOMEHTaM W HallpaBJIEHA
BJIO/Ib OCU TPeTbero mnopsigka. He6omb-
o€ OTKJIOHEHNe OPMEeHTAIV} MOMeH-
TOB m, u m, oT yrna 180°, koTopoe 06-
ycnoBieHo 3¢ dexToM [I34T0mIMHCKOrO,
IPUBOANT K c1aboMy ¢eppOMarHuTHO-
MY MOMEHTY.

Ilo TemmepaTypHOMY IOBEIEHUIO
IIapaMeTPOB CBEPXTOHKOTO B3aMMOJIeli-
CTBUA YCTAQHOBJIEHO, YTO B JIMAIla30HE
Temreparyp oT 5 fo 380 K B xpucran-
ne FeBO, me mpomcxoauT Kakmx-m6o
CTPYKTYPHBIX TIpeBpallleHMii. Bemmun-
Ha 9(pPeKTUBHOrO MarHUTHOTO OIS Ha
AfIpe MOHOB Xenesa H, - npu temmepary-
pe 5 K paBHa 55.75(1) Tecna, uTo yKa-
3bIBaeT Ha BBICOKOCIIMHOBOE COCTOSHUE
nonos Fe** (3d°, S=5/2), xapaxTepHoe
I OKTad[pPUYECKOro KICIOPOJHOTO
OKpyXXeHys. VI3 TeMiepaTypHOil 3aBU-
CUMOCTM MAarHUTHOTIO IT0JIA th OILICHEHO
3Hayenne Touky Heens T =348.5(1) K.
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MeTtonom MEccHayapOBCKOIL CIIeK-
TPOCKOIINM OIIpENeE/I€Hbl 3HAYEHMA I1a-
paMeTpOB CBEPXTOHKOTO B3aVMOJEN-
crBust B MoHOKpucrate Fe , Ga, BO..
YcTaHOBIEHO, YTO M30MOp(dHOE 3aMme-
LIeHNe JKe/le3a Ha ra/ulmii BefleT K CY-
H.IeCTBeHHOMY U3MEHEHNIO CBEPXTOH-
Koii CTpYKTyphI sniep “'Fe B FeBO,, uto
BbIpa)Ka€TCA B IOABJIEHUN TOIIOIHN-
TebHBIX KOMIIOHEHT U CJIOXKHOW TeM-
HepaTypHOIl 3aBUCUMOCTH Mécchaya-
POBCKMX CIEKTPOB MOHOKPMCTAjIA
Fe , Ga BO,. 310 cBszano ¢ mossie-
HMNEM MAaTrHUTHOHE3KBIUBAJICHTHBIX IIO-
3VIINIL /11 IOHOB >KeJle3a, OKPY KEHHBIX
PasIMYHBIM YMCIOM MOHOB rajumus [24].

s KPUCTANIIOB CUCTEMBI
Fe, Ga BO, B mimpokom ananasoHe 3a-
MemeHna 0<x<0.83 ompeneneHnl TeM-
nepaTypr MAarHUTHOTO YHOPHJIO‘IGHI/IH
(puc. 6). YcTaHOB/IEHO, YTO I IIpaK-
TNMYECKUX HPMHO)KGHI/II‘/'I VHTEpEC MO-
TyT NPeACTAB/IATD KPUCTA/UIBI COCTaBa
FeoA91Gavo9BO3 n Fe0A83GaoA17BO3’ TeMIre-
parypa Heens (T,) KOTOpBIX COCTaB-
7feT, COOTBETCTBEHHO, OKOno ~42°C
(315 K) n ~25°C (298 K). Konuenrpa-
IOMOHHBIE COCTaBbl, MMCIOLINE TEMIIC-
parypy T, BOMM3M KOMHATHOJ, MOTYT
6bITb Ba’XHbI 714 MCIO/Ib30OBAaHUA B
AAEPHO-PE3OHAHCHDIX CMHXPOTPOHHDBIX
9KCIIepUMEHTAX, TaK KaK He TpeOyioT
TOIOHUTENIBHOTO HarpeBa. Kpucrtan-
nb1 ¢ T, ~42°C MOTYT OBITD MCIIO/TB30BA-
HbI B Ka4€CTBE CBer‘IYBCTBI/ITGHbHOI‘O
JaT4nKa TeMIIepaTyphl [/ IpUMEHe-
HIA B 6]/[0M€,[U/[]_H/[HCKI/IX TEXHOJIOTUAX.

ITonspusanuonusie 3¢ GeKTsI B
MéccOayIpOBCKUX CHEKTPAxX U X
CBSI3b C MATHUTHO TOMEHHO

CTPYKTYpOIi

AddexTr monmpusanum  Mécc-
0ayspOBCKOTO  M3Ty4eHUs  UTPAIOT
pELIAoIIyI0 POIb Il MOHOXPOMATH-
3alMM M3/Iy4YeHUsA B CUHXPOTPOHHBIX
IKCIIEPMMEHTAX Ha OCHOBE ANEPHDbIX
pesoHaHcoB [25]. B aToil cBsA3M Hamm
OBUIO IIPOBEEHO M3y4YeHIe MOMsIpu3a-
IVOHHBIX 3¢ eKToB B MéEccOHayspoB-
CKMX CIeKTpax Gopara »enme3a U ycTa-
HOBJIEHA UX CBA3b C KOHQUTyparueit
MAaruiMTHBIX JOMEHOB B KpJUICTajl/IaX.
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Puc. 6. 3asucumocmo snauenus T 6 kpucmannax Fe, Ga BO, om konyenmpayuu uonos
eannus x. Cumue mouxu - 0aHHvle U3MepeHUss HAMAHUMEHHOCMU, KPACHble — 0aHHble
MECcOayIpoBCKOLl CneKmpOCKonuu.

V3BecTHO, YTO BEPOATHOCTY Pe30HAHCHBIX IIEPEXO/IOB TP
AT'P 3aBucaT ot HanpaBneHrs 3G GHEKTUBHOTO MATHUTHOTO OIS
Ha fAApax >Keme3a (KOTOpoe COBIIAflaeT C HalpaB/IeHMeM Mar-
HUTHOTO MOMEHTA aToMa >Kejie3a) M HallpaB/eHNs TIABHO OCH
I'SI1 oTHOCUTENBHO OpMEHTALMU BOIHOBOIO BEKTOpPA Y-KBaH-
Ta, VCHYIEHHOTO MCTOYHMKOM W3TydeHMA. [ [eTasbHOro
U3y4YeHNs 9TUX ABJCHUI B PaMKaX IPOeKTa ObUIN IOTy4YeHBI
MécchayspOBCKMe CIEeKTPBl MOHOKPUCTAJIOB Gopara >Kenmesa
FeBO, npu Temnieparypax Bblllle 1 HUXKe TOYKM MarHUTHOTO Iie-
pexofa Mpy pa3NINYHON OpUEHTAIUN KPUCTAJUIOB OTHOCUTENb-
HO HAIIpaB/IeHNA paclpOCTPAaHeHMs y-KBAaHTOB. [y onmcanms
MEccOayspOBCKMX CIEKTPOB pa3paboTaHa TeopeTudeckas Mo-
Ie/b, KOTOpasi yYUTBIBAeT pasIMyHble OPMEHTAIMI MarHUTHBIX
MOMEHTOB B IUIOCKOCTM KpMCTanaa. bbIIO yCTaHOBIEHO, YTO
Ha/muue B Oopare jKelme3a MAarHUTHON JTOMEHHON CTPYKTYPBI
CYILIECTBEHHO BIusAeT Ha popMy MEccOAyIpOBCKMX CHEKTPOB 1
MHTEHCUBHOCTHU Pe30HAHCHBIX TIEPEXOMIOB [26].

Ha puc. 7 mokazaHa yrnoBas 3aBUCUMOCTb OTHOLIEHVA
MHTEHCUBHOCTell uHuit MéccbayspoBckoro crektpa FeBO,
(I, /1, ), paccumTanHas /I ONMCAHHBIX B JINTEPATypPe CIIy4aes:
eMHCTBEHHOTO HAIIPaB/IeHVs] MArHUTHBIX MOMEHTOB B IJIOCKO-
CTV KpuUcTajia (YepHast MMHUA) ¥ XaOTUIECKM OPUEHTUPOBAH-
HBIX MATHUTHBIX TOMEHOB (KpacHas nuHus). B pamkax mpoekra
ObITa IIpefIo>KeHa MOJeb JJIs CTydasi, KOTJja MarHUTHBIE MO-
MEHTbI B [JOMEHAX OPMEHTUPOBAHBI BAONb KpucTammorpadm-
YeCKUX OCell TPUTOHATbHOM pemeTKU. 3aBUCUMOCTb, PacCUu-
TaHHasg B paMKaX 3TON MOJeNy, MpefiCTaBIeHa CUHeN JTMHLEN.
YrnoBas 3aBMCUMOCTD, PacCUMTaHHAsA B paMKaxX 3TOV MOJEIN
HaWIydmuM o0pa3oM, COINACYeTCS C OIKCIepUMEHTaIbHBIMU
3HavueHUsAMN. TakuM 06pasoM, B paMKaX MPOeKTa BIepPBbIe TO-
Ka3aHa BO3MOXKHOCTb OIIEHK) KOH(UIypaluy MarHUTHBIX HO-
MEHOB B VICCTIEyeMOM KPUCTAJIIe TI0 JaHHBIM MECCOayapOBCKOI
CIEKTPOCKONNN, U3 CpPaBHEHMS SKCIEPUMMEHTANTbHON U Teope-
TUYECKOIl YIIOBBIX 3aBMCUMOCTEN COOTHOIIEHVS HTEHCYBHO-
CTell IMHUI B CIIEKTPax.
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Puc. 7. Yenosas 3a6ucumocmo 0mMHOUEHUS UHIMEHCUBHOCET IUHULL 8 MECCOAYIPOBCKOM
cnexmpe FeBO, 1, /I (0 pasnutnvlx cry4aes opueHmayuy MAazHumtolx MOMEHMOs:
uepHAS NUHUS - eOUHCMBEHHOE HANPABNeHUe, KPACHAS AUHUS — XAOMUuecKas
OPUEHMAUUS, CUHAS IUHUS — OPUEHMAUUS 60071b 0Cell mpuzoHanvHoil pewemiu. Touku -
IKCnepumMeHmanvHvle OanHble.

Bausnne MarHMTOCTPUKIIMOHHBIX Jedpopmariuit Ha
KPHCTAINYECKYI0 CTPYKTYPY U A paKIMIOHHbIe
xapakTepucTuku kpucrannos FeBO,

[TpuHrMasi BO BHMMaHMe, 4TO K CTPYKTYPHOMY COBEp-
IIEHCTBY KPUCTaAIOB-MOHOXpoMaTopos FeBO, mpenbapnamT-
Csl YPEe3BBIYAITHO BBICOKIME TPeOOBAHMS, B)KHBIM OKa3bIBAETCS
yd4eT MarHUTOCTPUKLMOHHBIX AedopMaiuil, KOTOpble MOTYT
IPUBOAUTD K MCKKEHNIO KPUCTATUINYECKON CTPYKTYPBL.

Il usydeHMsi BAMSAHVS MarHUTOYIPYTMX B3aMMOJeli-
CTBUII Ha CTPYKTYPHOE COBEPLIEHCTBO ¥ [U(PaKIVOHHbIE
XapaKTepUCTUKM MOHOKPUCTA/IOB Oopara >Kemesa B paboTe
IOpUMEHEH METOJ] TPEXKPUCTANBbHON PEHTTeHOBCKOI mndpax-
TOMETPUY BBICOKOTO paspertenns [27]. Bbuio ycTaHoBIeHO, 4TO
Ha/IM4Me MarHUTHBIX JIOMEHOB C Pa3HOI OpMEHTAIMEN HaMmar-
HUYEHHOCTH, & TAK)KE SIBIEHMsI [TOBEPXHOCTHOTO MarHeTmsMa
Ha He6asuCHBIX rpaHax B FeBO, mpuBOAAT K MOABNEHNIO B KPU-
CTa/IIaX CTPYKTYPHBIX HEOTHOPOJHOCTEN 1 K He3HAYNTETbHOMY
M3MEHEeHMIO [TapaMeTPOB peueTky (puc. 8).
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Puc. 8. Kpusvte ougpaxyuonnozo ompacenus (a, b) u kapmui 06pammozo npocmpancmea
(¢, d) monoxpucmanna FeBO,, nonyuentvie 6e3 npunosenus 6HeuiHez0 MazHUMHO20 MO
Kk 06pasuy (a, c), u 60 Hewtnem maznumuom nozne 150 3 (b, d).

9TO sIBJIEHUE MOXXHO OODBACHUTDH
crnepytomum obpasom. Ilpu Hammuun
MarHUTHBIX JIOMEHOB 3HAaK ¥ BeINYM-
Ha MarHMTOCTPUKIVMOHHBIX fedopMa-
LUl 3aBUCAT OT OPUEHTAIVM BEKTOpa
HAMaTHNMYEHHOCTH, IIPM 3TOM OpUeH-
Talys HAMarHNMYEHHOCT! pas3lIndHa B
KaXJJOM MarHUTHOM foMeHe. IlosTomy
IpU MOABJIEHNN MAarHUTHBIX JIOMEHOB
MarHUTOCTPUKIMOHHAA JedopMarus
HEOJHOPOJIHA II0 IIOBEPXHOCTU KpMU-
CTa/U1a. TO BBIPAXKAETCS B YIIMPEHUN
KPUBBIX JUQPPAKINOHHOIO OTpaXKe-
HUSL M PacCLlelVIeHuy y3aa OOpaTHOI
pemrerknu. ITocne HaMarHMYMBaHUA BO
BHEIITHEM IO/Ie KPUCTAa/I CTAaHOBUTCSA
OIHOJZOMEHHBIM, a MarHUTOCTPUKIIN-
oHHas flepopManNsa CTAHOBUTCA OfIHO-
POJHOIL. DTO 3HAYNT, YTO MPUIOKEHIIE
Caboro BHEILIHeT0 MAarHUTHOTO IIOJIS
3HAUUTE/IbHO YITYYIIaeT KpUCTaJIInde-
CKOe KayeCcTBO M IM(paKIMOHHBIE Xa-
paktepuctuku FeBO,.

O6HnapyxeHHbIT 9((eKT IMOBbI-
IIeHVS Ka4ecTBa KPMCTA/UIOB IIPY IIPH-
JIOXKEHNY BHEIIHET0 MArHUTHOTO IIOJA
BOKHO IPVHUMATb BO BHVMAHNE IIpK
UCIIONIb30BaHMM Oopara jkemesa B Kade-
CTBe KPUCTA/VIOB-MOHOXPOMAaTOPOB CHH-
XpOTpoHHOro m3nydeHns. Kpome toro,
o6Hapy)KeHHas 3aBUCHMOCTb AUPpPaKI-
OHHbIX mapameTpoB FeBO, ot BemmumHbl
IPYK/IaIbIBAEMOTO BHEIITHETO MAarHUTHO-
TO IT0/I1 MOKET IO3BO/IUTD VICIIONIb30BATh
KPUCTa/UIbl GOpaTa >keresa i MOJY/IA-
LUV MVPUHBI U VHTEHCHBHOCTU OTpa-
YKEHHOTO PEHTT@HOBCKOTO ITyUKa.

VITorn u nepcrnexTuBbI

B xopme peammsanuym HayqHOTO
npoeKTa nonyqu pH,E[ Ba’XHbIX HpI/I-
KIIagHBbIX peSYHbTaTOB. B YaCTHOCTH,
paspaboTaHa MeTOAVKA CUHTE3a KpMu-
CTaJIOB Ha OCHOBe Oopara yKee3a BbI-
COKOTO CTPYKTYPHOTO COBEpILIEHCTBA.
[omyyeHpl sKCIepUMEHTa/NIbHbIE KpU-
CTajuIm4IecKre 0Opasipl, KOTOpBIE, KaK
OBIIO YCTAHOBJIEHO IIPY UX aTTECTALUM,
IIOJTHOCTBHIO COOTBeTCTBYIOT Hpe,[[’I)HB-
JTA€MbIM Tpe6OBaHI/IHM n MOFYT HpI/I—
MEHATHCA B KQaUECTBE MOHOXpOMaTOpOB
l'IpI/I HpOBGI[eHI/II/I H):[epHO—pe?;OHaHCHbIX
CMHXPOTPOHHBIX 9KcepuMeHTOB. [Ipn
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9KCIIePMMEHTA/IbHBIX ~ MCCITOBAHMAX
CMHTEe3VMPOBAHHBIX KPUCTAJIIOB IIONIY-
yeH 6ormbuoi o6beM uHOpManUY,
KOTOpast OyeT KpUTUIeCKM BaKHA /IS
IPUK/IATHBIX  MCHONb30BAHMUII  3TUX
KPUCTAJIIOB.

PeanusoBaHHbBII B [JaHHOM IIpPO-
eKTe MEXANCHUIUIMHAPHBIN IHOAXOfA C
UCIIO/Ib30BAHMEM PA3/IMYHBIX B3aMMO-
IOTIOMHAIOMINX 00/IacTeil HAayKy U TeX-
HIUKJ TI03BOJIIET IHOTYYUTb YHUKAJIb-
Hble pe3y/IbTaThl B IIPOLIECCE CO3LAHNUA
U XapaKTepusalMy MOHOXPOMATOPOB
CMHXPOTPOHHOTO M3/Ty4eHNSA M/ WC-
[IO/Ib30BAHNA B YCTAaHOBKAX «Meracaii-
€HC» HOBOT'O IIOKOJIEHNA.

CrremyeT OTMETUTD 1 BBICOKME IIO-
KasaTe/u IyOIMKaLOHHOI aKTUBHOCTIL.
B pamxax peanmsanny rpaHTa KO/UIEKTU-
BOM OIyO/IMKOBaHO 38 MeYaTHbIX paboT,
n3 Hux 19 - B usganmax WoS u Scopus.
Kpowme Toro, nomydens! fiBa nareHTa Poc-
cuiickort Qefepanuu Ha I/I306peTeHI/IH.

BrimonHenne Hay4HOTO IPOEKTa
CII0COOCTBOBAIO TOATOTOBKE MOJIOJBIX
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Abstract o

The development of the synthesis technique and numerous experimental studies of single crystals based
on iron borate FeBO, was been carried out as a part of a scientific project supported by the Russian Foundation
for Basic Research. These crystals are used as unique synchrotron radiation monochromators in new generation
“megascience” installations. This paper presents the most striking achievements obtained on growing and studying
the properties of FeBO, single crystals, and also discusses new directions and prospects for the applied use of the
results obtained.

Keywords: iron borate, synchrotron monochromator, resonance radiation, magnetic properties.
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.-.'W -0 10 0 @ I M o4D 40 <20 ba 18 40
4, ATCSEC Q. pm

Fig. 8. Diffraction reflection curves (a, b) and reciprocal space maps (c, d) of a FeBO, single crystal obtained without applying an external magnetic field to
the sample (a, ¢) and in an external magnetic field of 150 Oe (b, d).
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Oco6eHHOCTH POCTa KPUCTAIIOB
TUHEeIHBIX 0TUToQeHnI0B n3 mapa*

A.A. Kynuwios, B.A. Ilocmnuxos

ViccnenoBaHbl 0CO6€HHOCTU 06pa30BaHMs 1 POCTA KPMCTANOB JIMHEAHbIX 0NUrodeHnnoB (0T AudeHuna ao
N-CeKcMeHna) B yCIOBMAX NapoBOro (PU3n4eckoro TpaHcnopra. [Ond n3yvyeHus npoLeccoB pocta KpUCTannos
ObIfIN UCMONb30BAHbI [BA KOHCTPYKUMOHHbLIX BapuaHTa rOPU30HTANIbHbIX POCTOBbIX Me4eil: OAHO30HHbLIA C
rpasueHTHbIM TeMnepaTypHbIM NosieM (KNacCU4ecKMin TUM) 1 ¢ AByMs TemnepaTypHbIMy 30Hamu. 115 uccregyembix
COEAMHEHWNIA onpefeNieHbl YCNOBUS ANS BblpallyBaHus Kpuctanios B maciitaée 0.1-1 cm. YcTaHOBNEHO, YTO B
YCNOBUAX JBY30HHOr0 TEMNEPATYPHOTO NOJIA NMPW ONpeLeSieHHbIX 3HAYeHUAX PA3HOCTM TEMNEPATYP MeXIY ropsyeil
1 XONOLHOW 30HAaMW YAAeTCA MONy4uTh 60Mee KPYMHble KpucTanibl flydwero Mopdonornvyeckoro Kadecrsa B
CPaBHEHWU C POCTOM B YCNTIOBMAX OJHO30HHOIO rPaANEHTHOr0 TemneparypHoro nons. Metogamu peHTreHoBCKOiA

Andopakumm nccreqoBaHa KpUcTanndeckas CTpyKTypa BblpalleHHbIX MOHOKPUCTANINYECKMX MIEHOK.
Kntoyesble cnoBa: NWHENHble ONUrOMEHWUNbI, POCT KPMCTanioB, NapoBOA (PU3MYECKUA TPAHCMOPT,

PEHTTeHOBCKas AUpakLms, CTPYKTypa KpUCTansos.

*Paboma evinonnena npu ghunancosoil noooepicke PODU (npoexm Nel9-32-90145).

BBenenne

Cpenu pasInYHBIX CEeMENCTB IOTyIPOBOXHNKOBBIX Op-
TaHNYEeCKUX MOJIEKY/I MMHelHble onurodpenunsl (nP) nssect-
HBl KaK BBICOKOCTAOW/IbHBIE COENUHEHUs, COXPaHSIILINe
YCTOMYMBOCTD B pacIlaBe IIPM TeMIIepaTypax BBIIIE TOYKM
mnaBnenus [1]. Husmmne npencraButeny nuHetHbIX onurode-
HIIOB, audenns (2P) u n-teppenun (3P), Boctpe6oBaHbI Kak
opraHM4yecKre CUMHTUIUISTOPH [2-4], a BellecTBa ¢ YUCIIOM
(eHMTbHBIX KOJIeI] B CTPYKType MOJEKY/bI 14 OTHOCATCS K
OpTaHNYEeCKUM IOTYIIPOBOJHUKOBBIM COIMHEHNAM, 9 ek-
TUBHO TIOMIHECLVIPYOIUM B CHHeil o6macTu crekrpa [5-7].

OcHoBHas Macca paboT, cBsi3aHHAs C U3Y4YEHUEM PO-
CTa, CTPYKTYPbI ¥ ONTO3/IeKTPOHHBIX CBOJCTB KPUCTAJIIOB
BBICIINX JIMHETHBIX ONMUT0(pEHNIOB — n-kBaTepdenmna (4P),
n-kBuHkudenmnna (5P) u n-cexcudenuna (6P), mocpsameHa
UCCIEeNOBAHUAM TOHKUX MOMUKPUCTANINYECKUX IJIEHOK,
IOJTyYeHHBIX IIyTeM BaKYYMHOTO TePMUYECKOTO OCAXK/eHNUS
[8-10]. C gpyroit CTOpOHBI, OTPOMHBINI MHTepeC KakK A
(byHIaMeHTa/IbHBIX, TaK U A NPUKIAJHBIX 33/]a4 OpPTAaHM-
YEeCKOI 9NTeKTPOHUKHM U GOTOHUKM MPEHCTABISAIOT MOHOKPU-
CTaJIIBI BBICIINX ONMUTO(GEHNIOB, METO/bI ITOTy4eHNA KOTO-
pbix pasmepamu 0.1-1 cM emje MpaKTUYECKM He Pa3BUTHI.

Hacrosmas pa6oTa mocBslieHa UCCIeJOBAHUIO 3aKO-
HOMEPHOCTeNl pocTa KpucramnoB nP (n=2-6) B ycmoBuax
napoBoro (Gpu3mMyeckoro TpaHCHOPTa NMPU MCHOTb30BAHUU
TOPU3OHTANbHBIX POCTOBBIX Ie4Yell ¢ ONHO30HHBIM U JIBY-
30HHBIM TeMIepaTypHbIMU NoIAMU. ViccnegoBanus mo po-

KYNULLOB MNOCTHUKOB

Aptem AHgpeeBuy Banepuit AHaTonbeBuy
Otpenenne NHcTuTyT Otpenenne NHcTutyT
KpucTanaorpagum Kpuctannorpadguu

um. A.B. LLly6HMKOBA,
KKKn®, HUL, «KypyatoBckuii
VHCTUTYT>

um. A.B. LLIy6HMKOBa,

NHCTUTYT»
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CTy M3 Iapa KpPUCTalIOB BBICHINX
OMUroQgeHnn10B B OJHO30HHOM Tell-
JIOBOM IIOJIe paHee HaMu ObIIN Hmpef-
craBieHnl B [11-13].

Marepuanbl 1 METOAbI

s momy4eHMs KpUCTaJIOB JVC-
HO/Ib30BAIM  KOMMepuecKue andeHnI
(299%, Sigma-Aldrich) n n-repdennn
(299%, Sigma-Aldrich). mn-xBarep-
dennn (4P), n-xBuuknpenun (5P) u
n-cexcudennn (6P) 6bun cuHTE3NPO-
BaHbl M HapaboTaHbl B y1aboparopun
(YHKIMOHA/MIPHBIX ~MaTepuaoB I
OPraHMYeCKOil IMeKTPOHUKU U POTO-
nuku VICIIM PAH. [lnsa uccnemoBanust
IPOIIECCOB POCTA METOIAMI ITaPOBOTO
(bu3nYecKOro TpaHCIOPTa B KauyecTBe
raza-HOCUTE/IS, MHEPTHOTO K KPUCTAI-
JIN3yeMOMY BeLIECTBY, MCIIOIb30BAIN
apro (99.9999%,).

Pocm kpucmannos

Hna mccnenoBaHuA pocTa Kpu-
crannoB 3P, 4P, 5P u 6P metogmom
napoBOTO (PU3UYECKOrO TPaHCHOP-
ta (ITOT) Oblny 3amelicTBOBAHbBI [BA

KKKn®, HIL «KypyaTtoBcKuii
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TUIIa TOPU3OHTAJIBHBIX POCTOBBIX
meuveit: (1) KmaccudYecKuin ¢ OMHOI
TEIJIOBOJ 30HOJ, B KOTOPOIl 3aJaeT-
Cs TpajueHT TeMIIepaTypHOTO IIOJIA
[11]; (2) ¢ AByMS TEIIOBBIMU 30HAMIA,
BHYTPU KaXXIOI U3 KOTOPBIX 3aflaeT-
Cs1 KBa3MOZHOPOJHOE TeMIlepaTypHOe
none [14] (puc. 1).

B nmBysoHHOW pOCTOBON Iledn
ropsiuas 30Ha, MM 30HA MCHApEeHUs
(3ona 1), MCIIONB3yeTCA [/Is1 BOSTOHKN
BeIeCTBa, a XOMOaHas (30Ha 2) — I
OCaXJIeHMSI KPUCTA/IOB U 3afaHus
TeMIIepaTypHOTo TpaameHTa (puc. I).
st KaXaol 30HBI MCIOIb30BAINU
OTJeNbHYI0 IIeYb CONPOTMBIEHUA C
HEe3aBUCHUMBIM YIIPABJICHNMEM IIO TeM-
neparype. PocToBylo  KBapleByio
TpybKy nmameTpoM 19 MM, B KOTOpOIt
MIPOUCXOMIIO MCIapeHNe BellecTBa I
OCaXXJIeHMe KPUCTAJIOB, IIOMeLlann
BHYTPb POCTOBBIX Iedeil. VIcTouHMK
C BEI[eCTBOM B CTEK/ISIHHOW JIOJOYKe
pasMelajcs B IeHTpe TOpsideil 30HBbI.
B xofie 9KCIIepMMEHTOB 4Yepe3 PoCTo-
Byl0 TpPyOKy INpOAyBaau MHEPTHBII
ra3 ¢ pacxogom ~0.1-0.2 /4. Poct
KPMCTA/IJIOB MPOUCXOAMI Ha IOBEPX-
HOCTHU KBaplieBOJl POCTOBOI TPyOKuU
WIM Ha aJOMUHNEBON QOJbre, BBI-
MNOJHAKLIE Pponb HOANoXKU. Mop-
¢domornio M TONMIUHY KpUCTAINYe-
CKUX IUIEHOK M3y4Yajy C IOMOIIbIO
YHUBEPCAaTbHOTO MHUKpOcKoma BX61
(Olympus, fmnonusa) m KoHQOKaIb-
Horo Mmkpockoma LEXT OLS 3100
(Olympus, Anonns).

PenmezenocmpyxmypHolil ananus
PesynpraThl mccnefoBaHMA U
YTOYHEHUs CTPYKTYp MOHOKpPU-
crannos 3P, 4P u 5P npu 85 n 293 K
METO[JOM MOHOKPUCTA/JIbHON PeHT-
TeHOBCKOI Audpakyum ObIIu mpep-
craBieHbl paHee B [11, 15, 16]. Ina
9KCIpecc-aHanM3a CTPYKTYpPBl N
OpMEHTALMN Pa3BUTON IOBEPXHO-

CTPYKTYPHASl [JMATHOCTUKA MATEPHANOB @ BECTHHK Pdrbi

TC. r
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Puc. 1. IIpogunu memnepamypoL 6Hympu pocmosoii mpyoxu npu pazHoLx memnepamypax
xon00HoiL 3016 T,
CxopocTb 3anucu 2 rpaj/mMut. PeHTreHo-gudpakumoHHoe
oTpakeHMe (PUKCUPOBANOCh OT Pa3BUTON I'PaHU IIOCKUX
KPUCTaJIJIOB.

Pesynbrarel u 06cyKaeHne

Pocm kpucmannos

Pocm 8 epaduenmmuom mennoeom nose. st coefuHeHNI
3P, 4P, 5P u 6P nposeneHbl cucTeMaT4ecKe pOCTOBbIE UC-
C/IeflOBAaHMNsA, B pe3ylbTaTe KOTOPBIX OIpeie/IeHbl YCIOBUS
BBIPANIMBAHNSA KPUCTA/VIOB CAHTUMETPOBOrO Macuraba.
CBefieHMs 10 BbIpAlIMBaHNIO Hambomee KPYIMHBIX 00pasIoB
KPUCTA//IOB MCCIIEAYEeMBIX COEAVHEHMII (32 MCKII0YeHNeM
nudeHnna) B yCIOBUAX TPAAMEHTHOTO TeMIIEPAaTypPHOTO IO/
IIpefCTaBIeHbl B mabs. 1.

Tabnuua 1. Ilapamempor pocma KPUCMALLO08 IUHELHBIX OU20-
perunos u3z napa 6 00HO30HHOM ZPAOUEHINHOM MeMNePamypHom
none: T, - memnepamypa ucmounuka éeu,ecmea, T — nepuoo po-
cma, L u H - onuna u monuwuna coomeemcmeenHo Haubosnee
KpYNnHo20 KPUCMAna, nomy4eHHozo 6 onvime, V, — cpedHas npo-
00nbHASA cKopoCcMb pocma Haubosee KPYNHO20 KPUCMANAA, NOTLY-
uennozo 6 onvime (V =L /1), { - koapdpunyuenm anusomponuu
ckopocmeti pocma kpucmannos ((=H /L )

L

MM H_, MKM

V,mkm/y | C.10°

m

CTV MOHOKPUCTA/IMYECKUX IITIEHOK 2P 318 48 22 205 458 92

U TIACTUH MCCTeAyeMbIX onurode- 3p 438 99 18 43 818 24
HUIOB [udpaKIMOHHbIE JKCIEepu-

MEHTBI NPOBOAVIM Ha pPEHTIEHOB- 4P 523 48 18 83 375 46
ckoM au¢paxkromerpe Miniflex 600 5p 583 64 8 15 125 19
(Rigaku,  fAmonmsa), wmsnydeHme

CuKa (Ni-punprp), A=1.54178 A. 6P 618 144 3 8 21 26
Ne 3-4 (123-124) ntonb—nekabpb 2024 r.  DOI: 10.22204/2410-4639-2024-123-124-03-04-26-37 27
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B romonornm4eckoM pAAy JAMHENHBIX OMUTO(EHUIOB
HoJMy4eHNe KPUCTANIOB AMdeHNIa CAaHTUMETPOBOTO Mac-
mraba Hanbomee Jerko OCyuecTBUMO. POCT KpucCTanaoB
TaHHOTO COeIMHEHNU MOXeT NMPONUCXOAUTDh €CTeCTBEHHBIM
0o6pasoM Ipy KOMHATHOJ TeMIlepaType BHYTPU repMeTHd-
HOJl eMKOCTM 32 CYeT BO3TOHKI U3 IOJIMKPUCTAIINYECKOTO
HOPOIIKA ¥ IOCTEeAYOIEero OCaXXleHNsI Ha OOKOBBIX CTEH-
KaxX U KpblmKe cocypa. Hampumep, Ha puc. 2a mpuBegeHb
06pasibl MOHOKPUCTA/NIOB AudeHn1a, cHopMUpoOBaHHBIX
npu 0°C Ha CTEHKax COCyja C XpaHAMNMCA B HeM Bellle-
CTBOM B Te4eHNEe HeCKOJIbKIX Hefenb. Kpucranasr gocTura-
I0T B INMHY 5 MM 11 1 MM 1o TonmunHe. Ha oTKpbITOM BO3AY-
xe KpucTanael 2P HecTaOMIbHBI 3-32 BO3TOHKY BelleCTBa.
[Tpu 607ee BBICOKUX TeMIepaTypax KpUCTalIbl fudeHnna
dopmupylorcs 6picTpee. Hanmpumep, npu Bo3roHKe Belle-
CTBAa BHYTPU IJIOTHO 3aKPBITOV CTEK/JIAHHOI BMAJIbI, pac-
IOIOKEHHOJ Ha HarpeBaTe/lbHON IanTKe npu 45°C, xpu-
CTajqNn4YecKme MAACTUHKY TOMIMHON K0 200 MKM U B M-
Hy COM3MepUMBble C aMeTPOM BHUaJbI (22 MM) BBIPAacTalOT

B BEpXHeN 4YacTU COCy[a B TedeHMe
1-2 cyrok (puc. 2b).

Ilony4enHble B yCTOBMUAX Ipafu-
€HTHOTO TEeIIOBOTO II0/ISI KPUCTAJIIN-
yeckue njaeHku 3P, 4P, 5P u 6P uso-
THYTBl ¥ MMEIOT OKPYITYI0 GOKOBYIO
noBepxHocTh (puc. 2¢—f). C poctom
yycna GEeHMIbHBIX KONl B COCTaBe
MOJIEKY/IBl CYIIeCTBEHHO BO3pacTa-
eT pPeCcypcoeMKoCTb (BpeMeHHBle WU
9HepreTMYeCcKue 3aTpaTbl) KPUCTal-
NMM3aLMOHHOTO IIpoIlecca A IOJy-
YeHNS KPUCTAIZIOB CAaHTUMETPOBOTO
MaciiTaba, a pasMepbl MOHOKPUCTAI-
IMYeCKUX IIEHOK, KOTOpBbIe YHaeTcs
BoipacTuth MetopoMm IIDT, nmpu sTom
yMeHbpatorcs (mabn. 1). Kpucrammsl
JMHENHBbIX ONUrodeHnn1oB npo3pad-
Hole. [Ipn Y®-ocBemennn Kpucrani-

Puc. 2. Bupawsennote us napa kpucmannvi: a - 2P (pocm npu 0°C); b — monokpucmannuueckas naenxa 2P (pocm npu 45°C); ¢ - MOHOKpUCMAnau4ecKas
nneuxa 3P; d - kpucmannuueckue nnenxu 4P (nod Y®-oceewernuem); e - kpucmannuueckas naeuxa 5P; f - kpucmannvt 6P (nod Y®-ocseujeruem).

Puc. 3. Yuacmku nosepxrocmu passumoii 2panu kpucmannos 3P (a), 4P (b) u 5P (c) ¢ 6unmosvimu OUCIOKAUUIMU.
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nbl 4P, 5P u 6P xopouo nmoMuHecu-
PYIOT B CUMHEM JMala3oHe CIeKTpa
(puc. 2d,f). Koaddunuent aunsorpo-
UM CKOPOCTel pocTa { Kpucramm-
YeCKMX IVIEHOK, OIpefie/IeHHBIN Kak
oTHoueHue Tonmuubl H « pnune L
Hauboree KPYHIHBIX OOpPasioB Kpu-
CTaJ/IOB, HAXOIUTCA B MHTEpBaje 3Ha-
yenuit 10°-10~* (maba. 1).

Ha moBepXHOCTM KPYIHBIX MOHO-
KPUCTA/UIMYECKUX IUICHOK, KakK IIpa-
BIJIO, HAOMIONAIOTCA CKOIUIEHMUA IVIC-
JIOKALIMOHHBIX CIMpajeil pocTa OTHO-
CUTETIbHO 6OMBLINX pasMepos (puc. 3),
KOTOpble 3a/Ial0T HAa IIOBEPXHOCTHU
PasBUTON I'PaHM KPUCTAJIOB CTYIIEH-
4aryio Mopdonoruio. B xagecTBe npu-
Mepa paccMOTPUM IpUBe[jeHHOe Ha
puc. 3¢ koH(]OKanbHOE U30OpaKeHMe
CIypaay pocTa Ha IOBEPXHOCTU KpU-
cramna 5P. Bricora crynmenu cnmpanu
o0Komo 80 HM, a CpeHAA LIMPUHA BUTKA
10 mxm. Takum o6paszom, MOCTIONHBII
POCT KPUCTA/UIOB JIMHENHBIX OJIUTO-
(heHNIOB B yCIOBUAX POCTA U3 Iapa B
IPaJIeHTHOM TeIUIOBOM II0JIe B OCHOB-
HOM IIPOMCXOJUT II0 SUCIOKALMIOHHO-
MY Me€XaHU3MY.

C yBenmuyeHMeM 4YMC/Ia 1 apoMa-
TUYECKUX KOJIel] B COCTaBe MOJIEKY-
JIbl CpeaHAA IIpOoAOo/IbHAA CKOPOCTb
pocra V, KpUCTanioB U3 mapa B rpa-
OVMEHTHOM TEIIJTIOBOM ITIO/I€ CHIMIKAET-

cAd MO 3KCIIOHEHLMAJIbHOMY 3aKOHY

(puc. 4, mabén. 1).

Pocm 6 oOsysonHom mennosom
B pocTOBBIX 9KCIEpUMEHTax

nore.

CTPYKTYPHASl [JMATHOCTUKA MATEPHANOB @ BECTHHK Pdrbi

1000
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= 100}
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1D 1 1 1 1
3 4 5 6

H (4ncio Kosaeu)

Puc. 4. 3asucumocmyv cpedreti npooOIvHOI CKOPOCU POCMA KPUCANIIOB JIUHELIHDIX
0n1U20PeHUN08 8 OOHO30HHOM 2PAOUEHIMHOM MEMNePAmypHOM Hozme Om  4ucna
apoMamuecKux Koney.

TemIepaTypa ropsdeii 3oubl (1)) 6bl1a HEM3MEHHA M COCTAB-
nasama: gns 3P - 433 K, mna 4P - 523 K, gna 5P - 583 K, gnsa
6P - 673 K. Temneparypy xonoanoii sonsl (T,), kak mpaBuo,
Bappuposanu ¢ marom 10 K. ITepnop pocta 6611 =15 4, 3a nc-
Kmo4eHneM 5P, 1 Kotoporo =62 4. B JaHHBIX yCIOBUAX MH-
TEHCUBHBII POCT KPUCTA/UIOB IIPOMUCXOANUT HA TPAaHUIIAX CMe-
HBI TEIJIOBOTO PeXMMaA: MeX/y Topsidell ¥ X0/IOAHOM 30HaMI
U 3a UX BHemHUMU npepenamu (puc. 5) [14]. C usmeHeHuem
nepenafa temneparyp AT ,=T -T, mpoucXopuT M3MeHeHUE
KapTUHBI OCAX/IeHUs KPUCTA/IIOB B IPOMEXYTOYHOI 06/1a-
CTV MEX/Y 30HaMU: C pOCTOM BennyuuHbl AT | yBenMInBaeTcs
KOHI[@HTPpalNsA OCAXKAEeHHDbIX KpPUCTaIIoB. B xoze mposeneH-
HBIX 9KCIIEPUMEHTOB He y[a/noch IONYyYNUTh KPYyIHbIe 00pas-
I1bI OTAETBHBIX KPUCTANIOB I-TepdeHna u n-kpareppeHnnia.
Tem He MeHee BBISABJIEHO, YTO IIPU HEOOJIBIION pasHUIIE TeM-

Puc. 5. DomousobparceHus pocmosoti mpy6ku nocse paoa IKCHEPUMEHINOB 1O POCIY KPUCIANITIOS n-mepdeHuna 6 08Y30HHOM MensosoM nome npu

pasnuunolx snavenusx AT, , (6 K) (T =433 K).
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neparyp AT, , MeXmy TOpsAYeil U XOOJHON 30HaMU [/ JlaH- Hnsa coepunenuit 5P u 6P mpu
HBIX CO€NMHEHUII [JOCTUTAITCA Hamubojee OMarompusATHble  BBIPALIMBAHUYM KPUCTANIIOB B JIBY-
YCIIOBMA POCTA ISl OTALEIBHO PACIIONIOKEHHBIX KPUCTAIIOB. 30HHOM TeIUIOBOM IIOJIe  yHanoch

HOJIyYNThb JIydlllie pe3ylIbTaThl B
CpaBHEHUM C POCTOM B OJHO30HHOM
TpafINeHTHOM TEMIIEPaTyPHOM IIOJIE.
Ha puc. 6 mpencraBaeHbl 06pasiibl
cpOpMMPOBAHHBIX MEXYy 30HaMM 1 u
2 OTJEeNbHO CTOALMUX KPUCTANIOB 5P,
BbIpallleHHBIX NIPY PAa3HBIX Iepenajiax
temneparyp AT ,. Ilpu BbipaimuBanuu
KpUCTannos 5P Bce MNpoCTpaHCTBO
MeXZy 30HaMM IIOKPbIBAJIOCh TOH-
KM IONUKPUCTAIINIECKUM CIIOEM,
Ha KOTOPOM 00pa3oBBIBANINCh KPYII-
Hble KpUCTa/IndecKue maeHku. Ilpm
CHIDKEHUM TeMmIeparypsl T, pasmepbl
MOJIyYeHHDBIX KPUCTA/IOB YBEINYMN-
Bamuch. Hanbomee KpynHbie 06pasiibt
KPUCTANINIeCKUX IIIEHOK, pasMepbl
KOTOpBIX gocturanu 10-15 mm B gm-
Puc. 6. Domousobpaxenus nod  YP-oceeusenuem  KPUCHAATUHECKUX — NTEHOK HY, ObLIN IIOIy4Y€HbI IIpN AT1,2=70 K
N-KBUHKUPEHUNA NPU PASTUMHBIX 3HAUEHUSX AT, 50 (a), 60K (b) u 70 K (c, d). (puc. 6C,d). B JAHHOM CJTyYae CpefHss
NIMHEeHass CKOPOCTb pocTa Hambosee
KpPYIIHOTO KpucTa/ta 5P Bpomp pas-
BUTOII I'PaHM COCTaBIANa 195 MKM/4,
4TO B ~1.5 pasa BhIllle, Ye€M B YCIOBU-
SX OJHO30HHOTO TPaJMEHTHOIO TeM-
HepaTypHoro mnojs (maén. 1).
Hambonee xpymnHas Kpucrain-
IMdecKas IUIeHKa 6P IMHOI0 OKOJjIo
3 mm 6bu1a Bhipamena mpu AT, =100 K
(puc. 7a). TlonydyenHas maeHKa o6ma-
flaeT TJIAJIKOJl IIOBEPXHOCTbIO, 6aro-
Taps 4eMy XOPOLIO TaMMHMPYETCA Ha

Puc. 7. Kpucmannuueckas nienxa n-cexcugenuna nod Y0-oceeuseruem (a) u ysenuuenHoe
u300paxceHUe NOBEPXHOCIMIU ee KPABO20 yHacmia 6 ompaxenHvix ny4ax (b).

A o ITafKIe [UITeKTpUYecKue IOAJI0XK-
e Lo Bl D,r/em KM 32 CYET CUJI 9JIEKTPOCTATUIECKOTO
| B3anmopericteus (puc. 7b). Cpennss
CKOPOCTb pOCTa IIPEACTABIEHHOTO
Cdl 1128 KpucTanna 6P BIomb pasBUTON IpaHu
cocrasmaa 200 MKM/4, 4TO 1moutu B 10
20 pa3 MpeBOCXOAUT CPENHIO CKOPOCTH
pPOCTa KPUCTAJUIOB JAHHOTO BellecTBa
16 1 il B YCIOBMSIX OfJHO30HHOTO TPa/iINi€HTHO-
ro TeMIeparypHoro nons (maésn. 1).
12+
4120 AHanu3 Kpucmaniu4ecKozo
cmpoenus
8 Ymounenue cmpykmypul Kpu-
cmannos memooamu PCA. Tlpu xom-

2 3 4 5 6 HATHOM  TeMIleparype  KPUCTAJUIbI
‘ MICCIIEN{yeMBIX IMHEHBIX OMUTO(eHN-

Puc. 8. Ipaduxu sasucumocmu OnuHbL MOEKYNbLL , napamempa peuiemxu ¢ u naomHocmu JIOB SAB/IAIOTCA MSOCTPYKTYPHBIMIL CO-
Kpucmannos D nuneiiHvix 0/1U20(eHUI06 0 HUCTIA 1 PeHUNLHDLX KOTelY, €AVMHEHNAMN € MOHOKJIMHHON IIp. TP.
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P2 /a(Z=2) [17-21]. [logobue cTpyK-
Typ 3aK/IIYaeTcsi B COOTBETCTBUU
OPYT APYIY IIapaMeTpOB AYENKU d U
b B mpepenax 1.5%, a 3HaueHMe ma-
pameTpa ¢ MPOMOPLMOHANIBHO [INHE
MOJIEKY/IBI (OCh MOJIEKY/IBI COHAIIPaB-
neHa ¢ ocvio ¢) (puc. 8). IlmoTHOCTD
KpucTawioB D ¢ pocTOM 4Ymcria Kojery
B COCTaBe MOJIEKY/IBI yBeTMYMUBACTCS
He/mHenHo (puc. 8).

CTpyKTypHO KPUCTalIbl JH-
HEeHBIX O/MNTOQEeHN/IOB IpefCcTaB-
JIAKT CO60]7[ CTOIIKM 3KBUBAJIE€HTHDBIX
10 TpaHC)’IHHI/IOHHOf/I CI/IMMETPI/II/I
BIOJIb OCU ¢ IUVIOTHENMIIUMX MOHOCIIO-
eB, MmapajulenbHbIX Imockoctu (001)
(puc. 9a). K mmockocTu MOHOCTIOS MO-
}IeKyTIbI HaK/JIOHEHBbI IION YI‘)'IOM X, n3-
MEeHAIMUMCA B Tpefenax 72+73°% or
COeVHEHMN K coenVHeHMIo (puc. 9a).
BuyTpu nnoTHeMmMX ~ MOHOC/IOEB
MOTIeKYHbI yHaKOBaHbI B «HapKeTHO-
€TOYHOM» HOPH,[[KC C yF}IOM yKTIaI[KI/I
psanoB ¢ (anrn. herringbone angle)
(puc. 9b), MeroIMM 3HAYEHUSA B IIpe-
memax 110-113 rpag (ma6n. 2). Morne-
Ky/Ibl ONMUTO(EHNIOB XapaKTepuU3y-
10Tcst rubkoit KoHdopmarument n3-3a
Hanm4umsa BpamaTeanbe CTelleHen
cBobopbl  otHOocutenbHo —C—C—
cBsi3eil MeX/ly GeHMIbHBIMU T'PyIIa-
mu. CormacHO NTUTEPaTypPHBIM CBefe-
HUAM, IIpY KOMHATHOM TeMIleparype

Tabauua 2. Xapakmepucmuku cmpyKmypul KPUCMAsios TUHeUHbIX 0U20PeHUN08

CTPYKTYPHASl [JMATHOCTUKA MATEPHANOB @ BECTHHK Pdrbi
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Puc. 9. Kpucmannuueckas cmpykmypa nuHeiinvix onueogenunos npu 295 K: a - 6ud
cmpykmypot 6 npoekuuu Ha nnockocmy (010); b - npoexyuu cmpyxmyput Oupenuna
u n-cexcupenuna na nnockocmv (001); ¢ - KoHPopMayUU MONEKYN 6 KPUCHAANAX C
YKA3aHUEM 3HAYEHUT MOPCUOHHDLX Yerl06 MeHOY PeHUTbHOIMU 2PYNAMUL.

beHMIbHBIE TPYNIIBI MOJEKY/T Cerka pPa3opMEeHTHPOBAHBI
IPYT OTHOCUTETBHO APYTa, HO B I1e7IOM KOHpOpManys 6/1m3Ka
K IJIOCKO (puc. 9c).

IIpm HMSKMX TeMmIepaTypax MMEIT MeCTO CTPYKTYyp-
Hble (a30Bble TepPeXofibl B HU3KOCUMMETPUYHYIO TPUKINH-
Hyl0 (GopMy, IpU 3TOM KOHPOPMaLNs MOJTIEKY/Ibl IepecTaeT
OBITh IVIOCKOJ M TOPCMOHHBIE YIJIBI MEXJy COCeTHUMU de-
HWJIBHBIMM TPYIIIaMM JOCTUTAIOT 3HadeHui 6omee 20 rpap
[11, 15, 22]. Kak mokasbIBalOT KBAHTOBO-XMMUYECKIE pacue-
ThbI, BHYTPUMOIEKY/IAPHBIN NOTEHIIMAN y MoneKyn nP nmeer
MUHVMYM JJIA CyIIeCTBEHHO HEIIOCKoi KoHpopmanym [20,
23]. Hapo nmomararp, 4ToO KOHKYPEHIVA CYJI BHYTPU- ¥ MeX-

CHHroHus
np. rp.
Z
Mok, 7.8441 90.0 412,269
2P [12010] P2/a 5.5793 94.081 1.242 93 =
2 9.4441 90.0 9.4 :
205 Mo, 8.0893(6) 90.000 615.70(7) g
3p ) P2/a 56033(4) | 91.973(6) 12418 13.2 =
2 13.5917(8) 90.00 13.6 :
205 Mo, 8.071(3) 90.00 796.4(4) s
ap o P2/a 55801(14) | 95.739(2) 12775 174 o
2 17.7702(15) 90.00 177 :
205 Mo, 8.0696(5) 90.000 983.55(6) s
5p o P2/a 55795(3) | 97.989(7) 12922 22.0 =
2 22.059(1) 90.000 218 :
Mo, 8.091 90.0 1170.2
6P 52905] P2/a 5568 98.17(2) 13011 26.3 1712677
2 26.241 90.0 26.0 :

Hpumeuanue. D - penmzenozpaduueckas naomnocmo Kpucmanios; b, - pacuemuoe MexniockOCmHoe paccmosrue 0ns cemeiicmea naockocmeii (001)

(h

001
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=c-sin(f3) Ons MOHOKNUHHOLL sueiiku); | — OnuHa MOTeKybl; X — Y207 HAKZIOHA MOZIEKYT K nA0cKocmu moHocnost (001); ¢ — y2orn «napkemmuo-enouHoi»
ynakosku moznexkyn 6Hympu nuomuetiuiezo moxocnos (001).
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MOJIEKY/ISIPHBIX B3aMMOJEIICTBMUII B KPUCTA/UIAX NPU HU3KUX
TeMIIepaTypax 1 00yC/IOBIMBaeT HAII4Me TONMNMOPPHBIX da-
30BBIX II€PEXO0/I0B, KOTOpBIE, CTOUT 3aMeTUTDb, OCTAIOTCA ellle
CTabOU3yYeHHBIMM.

Kpucrannorpadguueckue XapaKTepUCTUKM BbIpallleH-
HBIX U3 pacTBOpoB Kpucrtamwnos 3P, 4P u 5P npm 295 K [11,
15, 16], a Takxe Kpucramnos 2P [21] u 6P [20] npencTaBnenst
B ma6s. 2. IlonydeHHble HAMU B 9TUX YCTOBUAX Pe3y/IbTAaThI
XOPOIIO COITIACYIOTCA C INTEPATYPHBIMU CBeJeHUAMMU.

Boipamenusie Metomom I[IOT o6pasusl Kpuctaaios
CaHTUMETPOBOTO MaciTaba ObIINM UCCTIe[OBAHBI HA AUPpaK-
toMerpe Miniflex 600 fy1s1 ycTaHOBIEHUS COOTBETCTBUA UX
CTPYKTYPBI JaHHBIM, NIpeJCTaBIeHHbIM B mabs. 2. Ha puc. 10
IpUBeJjeHbl PEHTTeHOBCKME AMQPPaKTOrpaMMbl KPUCTAIIOB
IVHENHBIX ONMUTOQEeHN/IOB, MOTyYeHHble HpY OTPaKeHUN
PEHTTeHOBCKOTrO Iy4yka oT pasBuroil rpanu (001). Bece nu-
¢dpakTorpaMMbl NpPeCTaBIAIT c000i HabOp Y3KMX IMKOB,
PacIIONIOXKEeHHBIX BIO/Ib TOPU30HTAIbHOI OCY HPUOIN3NTE/Ib-
HO KPaTHO COOTBeTCTBYyMoMmeMy yriy 26, (mabzn. 3).

001
00s
= D02 gy 005
s - 6P
5‘\ 001
= 005
0
?"‘-" P UPE ﬂ?d | e 5P
e 001
E
] 002 004
& U A
E AL (I L;'I‘j | 006 007 4P
= oo
(2]
= op3
]
002 .
El T 1w g
e 001
002
JL 003 o4 2p
[ i i i i i |
10 20 30 40
20, rpan

Puc. 10. Cnexmpot penmeeHOOUPPAKUUOHHIX OMPANEHUL OM PA3BUMOTI NOBEPXHOCIU
MOHOKPUCINANIUMECKUX NIEHOK UCCTIE0YeMbLX IUHELIHbIX 0U20(eHUT08.

Tabnuua 3. Yenosvie nonoxeHus OUPpPaKyuoHHvIX MAKCUMYMOB
U coomeemcmeyousue UM MeXnaoCcKoCcmHole paccmosnus h
07157 MOHOKPUCMANIUMECKUX NIIEHOK TTUHETIHbIX 0N1U20PeHUTI08

nP | 2P | 3P | 4P | 5P | 6P
26, mpan | 9.47 6.48 5.00 4.06 3.40
By A 9.3 136 17.6 21.7 26.0

CpaBHeHNe NONTY4YEHHBIX pPe3y/IbTaTOB C JAHHBIMU MO-
HOKPUCTA/IbHBIX PEHTTeHOCTPYKTYPHBIX MCCIAeJOBAHUII IIO-
Ka3ajo, YTO HabmogaeMas AUPpPAKUMOHHASA KapTMHA JIA
BCeX MCCIeyeMbIX ONMUTro(peHN/IOB ABIAETCA Pe3yNIbTaToOM

OTpa)KeHMs OT CUCTEMBbI ITOTHEMIINX
MOHOC/IO€B, MapajyIeIbHBIX IIIOCKO-
ctu (001) (puc. 10). 3HaueHUA MeX-
IJIOCKOCTHBIX PAacCTOAHMIt A, win
TOJIIMH JAHHBIX MOHOC/IOEB, PacCUM-
TaHHBIe IO ¢popmyrne Bynbda — bpar-
ra ansa sHavenus 20, TpuBeseHs B
mab6z. 3. Kak BUnHO, 3HaveHus h
COITIACYIOTCA C pe3ylIbTaTaMyi MOHO-
KPYUCTAIbHOTO PEHTI€HOCTPYKTYPHO-
ro ananusa (mabn. 2).

3akaroueHne

1 nuHeNHBIX ONMUTro¢eHNIoB
oIIpefie/ieHbl YC/IOBUsI BBIPAIIVBAHNA
KPUCTA/IZIOB CAHTMMETPOBOTO Mac-
mraba IpyM MCIOIb30BAHUYU METOAA
apoBOro (U3NIECKOrO TPAHCHOP-
Ta. VlccnenoBaHus 1Mo BhIPALMBAHUIO
KPUCTAJIIOB B IBY30HHOM I10JI€ TeMIIe-
paTyp MoKasaan CyueCTBeHHOe YIyd-
IMIEHUS POCTOBBIX XapaKTePUCTUK I
BpIcIINX onurodenunos (5P u 6P) B
CpPaBHEHUM C POCTOM B O[JHO30HHOM
rpajieHTHOM TeIjoBOM moje. [na
TAHHBIX COEAVHEHNI B TOPU3OHTANb-
HOJI POCTOBOJ Ie4M C JIBY30HHBIM
TeIIOBBIM IIOJIEM BIIEpPBbIe IOTyYeHBI
06pasipl IJIEHOYHBIX KPUCTANIOB C
PeKOpAHBIMI pa3MepaMM, JOCTUTAIO-
myMu 15 n 3 MM B [IJIMHY COOTBET-
cTBeHHO. [ToC/IOlHbIN POCT KPYIHBIX
KPUCTAJZIOB B YCIOBUAX OCAXKIEHUA
U3 Iapa B OCHOBHOM IIPOMCXOAUT IIO
IVIC/IOKALIIOHHOMY MeXaHM3MYy. YcTa-
HOBJIEHHBIE 11 KPUCTA/JIOB MCCIe-
IOyeMBbIX COe[JMHeHNII METOIOM PEeHT-
TeHOBCKOW  pgudpakumy 3HaYeHUs
TOMIUHBI h) TUIOTHENIINX MOJEKY-
JIAPHBIX MOHOCTIO€B B OpHEHTALNU
mwrockoctu (001) HaxomsATCS B cOIIa-
CUM C JNTEPAaTYPHBIMM CBeflEeHNAMU
[0 MX KPUCTAIINIECKOMY CTPOEHMIO
IIpM KOMHATHOII TemnepaType. Paspa-
0oTaHHBIE METOABI IONTyYeHUs] KPYII-
HOMAacCIITaOHBIX MOHOKpPUCTAJIINYe-
CKMX IIJIEHOK BBICHIVX ONMUTO(EHNTOB
(4P, 5P, 6P) mo3BONA0T pa3BUTh MOJ-
XOZbl K M3TOTOBJIEHNIO HA MX OCHOBE
MEPCIEeKTUBHBIX  OITO3MEKTPOHHBIX
YCTPOVICTB, CTAOMIBHBIX B LIMPOKOM
TeMIIepaTypHOM MHTEpBaJIe.
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Peculiarities of Crystal Growth of Linear Oligophenyls
from Vapor*

Artem A. Kulishov

Shubnikov Institute of Crystallography, KCC&Ph,
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17a Butlerov Str., Moscow, 117342, Russia
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Abstract

Valery A. Postnikov

Shubnikov Institute of Crystallography, KCC&Ph,
NRC Kurchatov Institute

17a Butlerov Str., Moscow, 117342, Russia
postva@yandex.ru

The peculiarities of formation and growth of crystals of linear oligophenyls (from diphenyl to p-sexiphenyl)
under conditions of physical vapor transport have been investigated. Two structural variants of horizontal growth
furnaces were used to study the crystal growth processes: single-zone with a gradient temperature field (classic
type) and with two temperature zones. Optimal conditions for growing crystals on a scale of 0.1 to 1 cm were
determined for the studied compounds. It was found that under conditions of a two-zone temperature field, at
certain temperature difference values between the hot and cold zones, it is possible to obtain larger crystals of
better morphological quality compared to growth under conditions of a single-zone gradient thermal field. The
crystal structure of the grown single crystalline films was investigated using X-ray diffraction methods.

Keywords: linear oligophenyls, crystal growth, physical vapor transport, X-ray diffraction, crystal structure.
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Fig. 1. Temperature profiles inside the growth tube at different temperatures
of the cold zone T,

Table 1. Crystal growth parameters of linear
oligophenyls from vapor in a one-zone gradient
temperature field: T, is the temperature of the
substance source, T is the growth period, L, and
H_ are length and thickness, respectively, of the
largest crystal in the experiment, V, is the average
longitudinal growth rate of the largest crystal in
the experiment (V,=L /1), { is the crystal growth
anisotropy coefficient ((=H /L )

v,

T, K Th [L,mm|H, um i ‘ ¢-10*
2P 318 48 22 205 458 92
3P 438 22 18 43 818 24
4P 523 48 18 83 375 46
5P 583 64 8 15 125 19
6P 618 144 3 8 21 26

5mm

Tmm

Tmm

Fig. 2. Crystals grown from vapor: a - 2P (growth at 0°C); b - 2P single crystalline film (growth at 45°C); ¢ - 3P single crystalline film; d - crystalline films

4P (under UV); e - 5P crystalline film; f - 6P crystals (under UV).

Fig. 3. Areas of the surface of a developed face of 3P (a), 4P (b) and 5P (c) crystals with screw dislocations.
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Fig. 4. Dependence of the average longitudinal growth rate of crystals of linear oligophenyls in a single-zone gradient temperature field on the number of
aromatic rings.

Fig. 5. Photographic images of a growth tube after a series of experiments on the growth of p-terphenyl crystals in a two zone thermal field at various AT,
values (in K) (T,=433 K).

Fig. 6. Photographic images under UV illumination of crystalline films of p-quinquephenyl at different AT, , values: 50 (a), 60 K (b) and 70 K (c, d).
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Fig. 9. Crystal structure of linear oligophenyls at 295 K: a - view of the structure in projection onto the (010) plane; b - projections of the structure of
biphenyl and p-sexyphenyl onto the (001) plane; ¢ - conformations of molecules in crystals, indicating the values of torsion angles between phenyl groups.

Table 2. Crystal structure characteristics of linear oligophenyls

Syngony
Sp. gr.
z
100 Monoclinic 7.8441 90.0 412.269 799
2P [21] P2/a 5.5793 94.081 1.242 9.3 112‘ 8
2 9.4441 90.0 9.4 '
205 Monoclinic 8.0893(6) 90.000 615.70(7) 729
3P [15] P2/a 5.6033(4) 91.973(6) 1.2418 13.2 111‘ 9
2 13.5917(8) 90.00 13.6 ’
295 Monoclinic 8.071(3) 90.00 796.4(4) 797
4P [16] P2 /a 5.5801(14) 95.739(2) 1.2775 174 111‘ 1
2 17.7702(15) 90.00 17.7 '
995 Monoclinic 8.0696(5) 90.000 983.55(6) 795
5P [11] P2/a 5.5795(3) 97.989(7) 1.2922 22.0 111‘ 0
2 22.059(1) 90.000 21.8 ’
Monoclinic 8.091 90.0 1170.2
6P [22%5] P2 /a 5.568 98.17(2) 1.3011 26.3 17120'77
2 26.241 90.0 26.0 '

Note. D is the radiographic density of crystals; h,, is the calculated interplanar distance for the family of planes (001) (h,, =cesin(pB) for a monoclinic cell); I,
is the length of the molecule; y is the angle of inclination of molecules to the plane of the monolayer (001); ¢ is the “herringbone” angle of molecules packing

inside the densest monolayer (001).
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Fig. 10. Spectra of X-ray diffraction reflections from the developed surface of
single crystalline films of the studied linear oligophenyls.
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Oco6eHHOCTI HYK/Tealy I pOCTa MOHOMICIIEPCHBIX
HaHovacTuil NaYF , mony4eHHbIX METOTOM TEPMOIN3a
TpuU(TOpaLeTATHBIX HPEKYyPCOPOB*

H.A. Apxaposa, A.C. Opexos, A.B. Kowenes, A.C. Opexos, [I.H. Kapumos

OnTumMM3MpoBaHbl YCNOBUS Mony4eHus HaHovacTul coctaBa NaRF, (R — peakosemenbHbie 3N1eMeHTbI) ¢
3ajaHHbIMU CTPYKTYPHBIMI 1 pa3MePHbIMU XapakTepyucTUKamm nyTeM BapbipoBaHMs TEXHONOMYECKMX NapamMmeTpoB
B NpoLecce TepMonn3a TpudTopaLeTaTHbIX NPEKYPCoOPOB: TemMnepaTypbl, ANNTENIbHOCTYU KCNEepUMeHTa U COCTaBa
peakLnoHHon cpefbl. MeToaom npsamoro otéopa npob npoBeaeHO NCCRe0BaHNE BPEMEHHBIX CTaANIA POcTa HacTuL,
NaRF,0T3Tana 3apo/bilieodpa3oBaHiis 0 00pa30BaHIUA KOHEYHbIX HAHOKPUCTANIIOB C TOMOLLbO NPOCBEYMBAIOLLEN
9/IeKTPOHHOA MMKPOCKONUW. BbifiBEHbI NUMWUTUPYIOLLME (DAKTOPbI MpOLecca CUHTE3a HaHoYacTWl Kak B
Ky6UYeCKOW, TaK U B reKcaroHa/ibHOW Kpuctannuyeckux dpasax. [lokasaHa KntoyeBas posib BINAHUSA CKOPOCTM
Harpesa peakuuWOHHOW CMECW Ha HayalibHOW CTafuW CWUHTE3a Ha CTPYKTYPHO-MOPOnornyeckue 0Co6eHHOCTM
06pa3oBaHns HaHO06bLEKTOB. 06CYXAat0TCS BONPOCHI (0a30B0M TPAHCHOPMALIMI HAHOYACTHL, U3 METACcTabUbHO

a- B TePMOANHAMUYeCKN cTabunbHyto B-thasy NaRF, B npouecce ux CHTe3a ykasaHHbIM METOLOM.
KnioyeBble cnoBa: HaHovacTuubl, NaRF, kpuctannuyeckas CTpykTypa, NpOCBE4YMBalOLLas 3NEKTPOHHas
MWUKPOCKONUA, AMGPAKLMA 3NeKTPOHOB, HYKIeauus, TEpMOJIM3 NpeKypcopos.

*Paboma svinoanena npu unancosotl noodeprxcke PODU (npoexmor NeNe 19-02-00877, 20-32-70174,

20-52-56017).

BBegenne

Hanomartepuansl, obecmedyyuBamomniie aHTUCTOKCOBYIO
TIOMVHECIIEHIMIO IIPU HU3KOMHTEHCUBHOM BO30YX/IeHUN
ommwkuero VIK-guanasona cmektpa, sBisiorcs «hot point» B
COBpeMEHHOM MaTepuanoBefeHnn, 67arofgaps BO3MOXXHOCTH
UX IpYMeHeHN: B 1a3epHONl Ppusnke, HAHOPOTOHNKeE, 6MOBM-
syanmmsanun [1-3], a B mocnenHee BpeMs — GOTOIHEPTeTUKE
[4-5]. Cpeny maHHOTO KjIacca MaTepyanoB Ha MEPBBI IIaH
BBIXOAAT aNKOHBepTMpYlomue HaHodacTuupl Tuma NaRF,,
JeTMpOBaHHbIE pefKo3eMenbHbIMU 3meMeHTamMu (R), 6maro-
[apsi CBOMM YHUKAJIbHBIM XapaKTePUCTUKAM, TAKUM KaK KO-
pPOTKMIT POHOHHBIN CHEKTP, MHEPTHOCTD, TePMUUECKasl CTa-
OUTBHOCTD, HUTENbHOE BpeMeHs XXM3HU B BO3OYXAEHHOM
COCTOSIHMM ¥ Y3KOIIO/IOCHAs TIOMMHeCIeHIns [6-7].

9¢DeKTUBHOCTD ONTUYECKUX, IMEKTPUUECKUX U XUMMU-
YeCKMX CBOJCTB KPUCTA/UINYECKIX HAHOYACTUIL] OTIpefie/sieT-
Cs1 LIMPOKMM KPYTOM TaKMX IapaMeTpoOB, KaK PasMepHOCTD,

APXAPOBA
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NHCTUTYT>»

WHeTuTyT Kpuctannorpadun

KKKn®, HUL «KypyaTtoBcKuii

Mopdororus, Kpucraanndeckas ¢asa
u ee yuctora u T. A. [8-10]. Ymaunas
KOMOUMHaLMs HU3KOI aHepruu GoHO-
HOB 1 JIOKAJIbHOJ CYMMeTPUN MOHOB-
aKTMBAaTOPOB B MaTpulle SBIAETCS
K/IIOUYeBbIM TpeboBaHMeM, obecredn-
BAIOIIMM BBICOKME 3(PEKTUBHOCTU
npeo6pasoBannus kBaHToB VIK-mamy-
gyeHus. Tak, M0 CpaBHEHUIO ¢ KyOude-
ckoit a-NaYF, dasoit, rekcaronanbHas
B-NaYF, npusnana nanbonee apdex-
TUBHOJ KPUCTA//INYECKOl MaTpuIeit
IS CO3JaHMsl AIKOHBEPTUPYOIUX
nmoMmuHogopos [10-13]. U k HacTos-
I[eMy BpeMeHU MCCIeoBaTeNny Ipu-
JIOXXVIIM MHOTO YCWINII, HalpaBJIeH-
HBIX Ha pa3paboTKy IIMPOKOTO CIeK-
Tpa METONOB CUHTe3a HaHOKPUCTAl-

e KOLLIEJIEB
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noB tuma NaYF, pna obGecneuenus
3¢ PeKTUBHOTO  ANKOHBEPCUOHHOTO
npeobpasoBanus [14-17].

Hecmorpss Ha MHOroob6pasme
PasBUTBIX METOAUK IHONy4eHUs PTo-
PUIHBIX HAaHOYACTUI], CETOJHS OCTa-
eTCsI HepelIeHHO mpobreMa KOHTPO-
JIMPYEMOCTH,  BOCIIPOM3BOAUMOCTH
U «TOHKOJ» HACTPOVKM MX CUHTE3a.
Haubosee nepcrieKTUBHOI 1 MNPOKO
VICTIO/Ib3YEMOII J/IsI JTy4LIero KOHTPO-
151 pasMepa 1 GOpMBI YaCTHIL SIBIISIET-
Csl JIByXdTallHas CTpaTerus CUHTe3a
BbIpamuBaHUA 9¢P(EeKTUBHBIX Ha-
HOoKpucTamnos B-NaYF, us mpenme-
CcTBeHHUKOB a-NaYF, myTem cospesa-
Husa no OctBanbay [18-20]. IIpocToit
CUHTe3 BbICOKOKauecTBeHHbIX NaYF,
C KOHTPOIMPYEeMbIMI Pa3MepHO-MOp-
donornyeckuMmu  XapaKTepUCTUKA-
MU OIIpefie/IIeTCsl MacTepCTBOM CIle-
I[Ma/TNCTOB-CUHTETUKOB Ha YpOBHE
«know-how» u ocraeTca cmoxxHON
3ajjadeil BBUAY OTCYTCTBMS IOHMMA-
HUS NIPOLIECCOB, BOBJIEYEHHBIX B POCT
HaHOOODBEKTOB. VI XOTs CTpyKTypa u
cpoiictBa NaYF, usyvawrca B Tede-
HUe [JINTeIBHOTO BpPEeMeHU, ITOIHBIN
LUK 9BOMIOLNUM CTPYKTypoobpaso-
BaHIS B HAHOMETPOBOM Maciutabe 1o
CUX IIOp He U3y4eH.

[Tonnmanme ¢a3oBOro moOCTO-
SHCTBA U 9BOMIOLVYM HAaHOYACTHUI]
NaYF, neobxommmo nis ycTaHOBe-
HUA CTaOMIBHOCTM U 6e30IacHOCTHU
IpYMeHEH)sT JaHHBIX MaTepuUasos,
YBEeIMYEHNIO BBIXOfJa TOJHOTO KO-
HEYHOT'O NMPOAYKTa. ITO NMPUBOAUT K
HEOOXOMMOCTI CUCTEMHO MCCIIeH0-
BaTh (yHJaMEeHTaJbHbIE IIPOILECCHI
dbopMupoBaHus 1 POCTa HAHOYACTHIL],
tTpaHchopManuio ux Mopdonoruu u
CTPYKTYpPBI B IpoOljecce CUHTe3a JII0-
OBIM METOJ[OM, BBISIBUTD TUMUTHUPYIO-
mue (akTopsl, OHpefensolue €ero
BOCIIPOM3BOJIMOCTb.

MeToauka MccaegoBaHIA

Onmumusauus ycnoeuii nony1eHus
monooucnepcuvlx nanouacmuy NaYF,
8 npouecce mepmonu3a nPexKypcopos
s oTpabOTKM METORMKYU CUH-
Te3a HAHOYACTUI] METOJOM BBICOKO-

No 3-4 (123-124) nonb—nekabpb 2024 r.

CTPYKTYPHASl [JMATHOCTUKA MATEPHANOB @ BECTHHK Pdrbi

TEMIIEPATyPHOTO PA3/IOKEeHMs IIPeKypCcOpoB B KadecTBE MO-
IeNbHOrO 00beKTa ObIIM BbIOpAHBI HAHOYACTUIBI Ha OCHOBE
KpucTannmdeckoit MaTpuipl NaYF, rekcaronanbHoit Mogudu-
Kaluy, TerupoBaHHol nonamu Yb** u Er**/Tm*. [lna cunresa
nHanodactuy, NaYF, :Yb(20%)/Er(2%) tpudTtopanerarst P33,
IIPUTOTOBJICHHbIE ITyTeM PAaCTBOPEHNA COOTBETCTBYIOLINX OK-
CUJOB B TPUPTOPYKCYCHO KUCTIOTE, PACTBOPSIN B CMECH BbI-
COKOKMITSIIUX pacTBOpuTeneil (0JIeMHOBOI KUCIOTBI U OKTa-
IelleHa) 1 BBIAEp>KMBamu npu temmeparype soime 300°C, 4to
IPUBOAVIIO K PAas3/IOXKEHNUIO IPEKyPCOPOB ¢ 0OpasoBaHMeM Ya-
ctui. [Tomy4eHHBI MPOAYKT LEeHTPYPYTUpPOBAIN, IIPOMBIBATIN
M30IIPOIIAHOIOM U JVUCIIEPIMPOBaIN B TeKcane. OnTuMmU3anus
YCIIOBUI /IS TOJTyYeHUA YaCTULL C 3aJaHHBIMY CTPYKTYPHBIMUI
U pa3MepHBIMI XapaKTePUCTUKAMU IIPOBOAVIIACH ITyTeM Baphb-
MPOBAaHUA TEXHOJIOTMYECKNX IapaMeTpOB CHMHTe3a: TeMIepa-
TYPBIL, JJINTETBHOCTY 9KCIEPUMEHTA I COCTaBa PeaKLUVOHHON
cpenpl. Pe3ynbTaThl 9KCIEpUMMEHTOB IIOKa3aau, 4TO TeMIepa-
Typa IpOBefeHNs IPOoIecca UrpaeT ONpPefe/ ANyl poab B
HOTy4YeHUN HeOOXOAVMOI KPUCTA/INIeCKoi (asbl CHMHTe3N-
pyembix o6bekToB. IIpm Temmeparypax cmuTesa 300-315°C
IpPeVMYIIeCTBEHHO 00pasyloTCA YacTUIBI MeTacTaOMIbHOM
HU3KOTEMIIEpATypHOil KyOuueckoit a-¢asel (mp. rp. Fm3m
¢ mapamerpamu pemeTku a=5.952 (1) A) wmu pByxdasuas
(a+B) cmecp 06pasioB. [ToBbilIeHNe TeMIIEPATYPbI CUHTE3a [0
330°C ctumynupyeT obpasoBaHMe HAaHOYACTUIL] L[eJIEBOI I'eK-
caroHajbHOI P-dasbt (HE‘ rp. P6,/m ¢ mapameTpamu pereTkn
a=5.952 (1), ¢=3.525 (1) A), koTopas siBisieTcsi 60/ee CTaONIb-
HOJI IIpM BBICOKMX TeMIlepaTypax mponecca (puc. 1).

I, oTH. eqa.

330°C

Lo | I o i a-NaYF,
0 b b e i ek omml il B-NaYr,
1 1 )

10 30 50 70 90
20, rpag

Puc. 1. [Juppaxmozpammut 06pasyoe Hanouacmuy, NaYF : Yb(20%)/Er(2%), nonyuentoix
npu pas3nuuHoti memnepamype cunme3a 6 meverue 30 MuH.

CKOpOCTb HarpeBaHUsA pPeaKIVOHHON CMeCH SBJAETCS
OIIpeJie/AILIM IIaPAMeTPOM, BIVAIOLIM Ha KOHEYHbIe pasMe-
PBbI HAHOYACTHUI] FeKCaroHaabHo dassl (puc. 2).

Il mpocnexxuBaHMs M3MeHeHMs MOpdomorum m Kpu-
CT/INYECKOI CTPYKTYpbl HaHo9acTul, NaRF, Ha HaHOypoB-
He in situ 0T60p Mpo6 MPOBOANIICS HEMOCPEACTBEHHO U3 pe-
aKIIMOHHOI cMecy IOMMHYTHO B TeYeHle Jaca ¢ HaHeCeHueM
Ha CHelyanbHble CETOYKM MId manbHenimux [19M-uccnemo-
BaHUIL.
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Puc. 2. IIpumepol nomyueHuss HAHOUACMUY, PASTUYHO20 PASMEPA 6 3ABUCUMOCTU O
HA4ANbHOL CIAduY CUHmMe3q.

Pesynbrarel 1 06cyKaeHme

Nsyuenue pocma nanouacmui, 6 ycnoeusx meoneHHotl
cKopocmu Hazpeéa 6 HAUATLHOL CIMAOUU CUHMe3a

Ha nHavanbHOM 3Tame cMHTe3a 3a CUeT BBICOKOTO Iepe-
ChllleHNsA TPOMCXOAUT BO3HMKHOBEHME YacTUI MeTacTa-
OnnbHOM KyOmdeckoil ¢asbl B COOTBETCTBUU C IIPAaBUIOM
cryneHert OcTBanbAa. YKe Ha BTOPOJ MUHYTe CMHTe3a 00pa-
3YIOTCA HaHOYacTUIbl pasMepamu 10-50 HM ¢ HeperynapHon
dopmoii. Kaptuna anekTpoHHOI Audpakiium oT aroMepara
HaHOYACTUI] OIpefienseT UX KyOMuecKyl CUMHIOHMIO (IIp. Tp.
Fm3m, a=5.952 (1) A) (puc. 3).

B xome oxcnepuMeHta OecopMeHHble HAHOYACTUIIBI
TPaHCPOPMMPYIOTCS B CMeCh OTPaHEHHBIX KyOMYeCKMX U TeK-
CaroHaJIbHBIX YacTHUI] pazMepamu nopsaaka 20-50 um. Inudpax-
IVIOHHAs KapTMHA OT arJloMepaTa HaHOYaCTUI] HOCUT IByXdas-
HBIII XapakTep. IIockonbKy rekcaroHampHas (pasa SABIAETCS B
3TOM CUCTeMe TePMOAVHAMUYECKN CTAOMIbHOI, 9TO IPUBOAUT

K POCTy TFeKCaroHaJbHBIX KPMUCTAJIOB
no npasuny cryneHeit OcrBanbga. Ha
KapTMHAX 9/eKTPOHHOI audpaxumnm
Ha (POHEe KOJIbLIEBOV KapTMHBI YeTKO
BUJIHBI pedIeKChl, OTBeYaole OT-
[e/IbHBIM KPYIHBIM MOHOKPUCTAJIIN-
YeCKMM YacTMUI[aM TIeKCaroHaJTbHON
daser (puc. 3f, g). Ilpu yBenndenun
NIPOJO/DKUTE/IBHOCTM  CMHTe3a Jo 1
yaca 00pasylTCs KpYIHble YaCTUIIbI
reKCcaroHajabHON (POpMBI CYOMMUKpOH-
HOTO JIVIalla30Ha 32 CYeT OCTBA/IbICKOTO
cospeBaHnA. AHanu3 AUQPPAKIVOHHON
KapTUHBI OT HOJY4eHHBIX HAHOYACTHUI]
IIOKa3aJl ee COOTBETCTBUE C TeKCaro-
Ha/IbHOV cuHronmeit (mp. rp. P6,/m c
nmapaMeTpammu pemretkn a=5.952 (1),
¢=3.525 (1) A) (puc. 3).

Tak kak HaHOYACTUIIBI pacIpe-
HEe/ATCSA XAaOTUYHO IO 0ObeMy ario-
MepaToB M COOTHOLIEHME KyOudecKoi
U TeKCaroHajbHON a3 HaHOYACTHUI]
B ofmeM BUje a priori HEU3BECT-
HO, TO IIPY VCIOIb30BAaHUM KJIACCHU-
YeCKMX METOHOB IPOCBEUNBAIOLIEN
97IEKTPOHHOI MUKPOCKOIINY OIIpefie-
neHne (a3oBOro cocraBa WHAUBULY-
QJIbHBIX HAHOYACTUI| 3a4aCTYI0 CU/b-
HO 3aTpPySHEHO IIM HEBO3MOXKEHO.
[l mpsMoit BUSyaIM3aLMu U JeTeK-
tupoBanuss NaYF, rekcaronanbHOl
¢daspl OT KyOmdueckoil Ha Hada/JbHBIX
CTafuAX poCTa HAHOYACTHI| OBLT WC-

Puc. 3. [IDM-u306pasenus u coomeemcmeyuiue KapmuHvl d7eKMPOHHOL OUPPaKuuu om HAHOMACMUY, 6 NPOUEcce MepMOnu3a npeKypcopos
8 YCI08USIX MeONIeHHOT ckopocmu Hazpesa nocne 2-3 mun (a, e), 25 mun (b, f), 35 mun (¢, g) u nocne 1 u (d, h). Pegpnexcor B-paszol na kapmunax

anexmponnoi ougdparxuuu (f, g) 6videneHvl JHeaMvIM UBENOM.
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Puc. 4. 4D STEM-Oannvie o6pasya na 35-ii mun curnmesa. Ceemmnononvroe II9M-usobpacenue (6 uernmpe) aenomepama nanouacmuy, NaYF, ky6uueckoti
(oxpyenoti popmovL) u 2ekcazoHanbHol Pasvl (HacmuLbl c XapaKmepHoL KPUCHANUHeckoll 02panKotl). Tunuurvlie HAHOOUPPAKULUU OM HAHOHACUL, Ky OUHeCcKOl
pazv (1 u 2), om amopdroii cemxu (4), om Hanouacmuy, eexcazonanvhoti pasot (5 u 6) u npumep oudpaxyuu 6 saxyyme (3). Ananus OUPpPaAKYUOHHbIX
OaHHbIX NOKA3ATT, 410 CPedU MAbIX HAHOUACHUL, Ky6uuecKoii asvt pasmepom okono 30 Hm npucymcmsyrom 200-300-Hanomemposble Hanouacmuiypt NaYF,
2excazonanvroii asvt (np. ep. P6,/m, PDF #04-011-3581), komopoie umerom MOHOKPUCTIATIUMECKYIO CHIPYKIYDY.

nonb3osad Merony 4D STEM [21-23].
[l15 3TOro IOMMHYTHO OTOOpPAaHHBIN
PacTBOp ¢ HAHOYACTUIIAMIU OCAXKANICA
Ha  9JIeKTPOHHO-MUKPOCKOIYECKYIO
CeTKY M aHaJM3MpPOBAJCA. 3aTeM Ipo-
BOJWIOCh CKaHUpOBaHMe CHOKycrpo-
BaHHBIM 3JIEKTPOHHBIM ITy4KOM (fjua-
MeTp 30HAA OT 2 10 5 HM B 3aBUCHMOCTH
OT pa3Mepa 006/1acTy CKAaHMPOBAHUA) IO
o6pasny c marom ot 2.5 go 10-15 M.

[Tpumep gy paKIMOHHBIX JAHHBIX,
nony4eHHbIX MetomoMm 4D STEM, npu-
BefleH 11 00pasija HAaHOYACTUIL Ha 35-it
MUH CUHTe3a, Iie BUJIHO, YTO MeTacTa-
OwnpHasg kybudeckass ¢asa TpaHcdop-
MUPYeTCs B I'€KCarOHAJIbHYI0 C POCTOM
OT/IeTIbHBIX MOHOKPMCTA/IMYECKNX Ha-
HOYACTHI] C BBIPaXKEHHOI KpUCTAJIIIYe-
ckol1 orpankoit. Ha puc. 4 mpencrasieHo
[I9M-usobpaxenne AByxdasHOI cMecu
HAHOYACTUI] ¥ HAbOp AUQPAKIVIOHHBIX
KapTVH OT YKa3aHHBIX CTPENKaMy TOYEK
CKaHMPOBAHUA.

C nomompio Metoma 4D STEM
ObI TONy4eH MaccuB paudpaxnu-
OHHBIX JJAQHHBIX OT OT/€/IbHBIX MO-
Hokpuctammyecknx dvactuy NaYF,
reKCcaroHajabHOI (as3bl, YTO IO3BOMN-
JI0 OLIEHUTDb VX OTHOCHUTETbHYIO KOH-

No 3-4 (123-124) nonb—nekabpb 2024 r.

5 1/Hm

5 1/Hm

Puc. 5. IIPOM u306paxceHusi u coomeemcmayoujue KApmuHvl 3/1eKmMpoHHOLL Oudparyuu
0 HAHOHACINULY, 6 NPOLECCE MEPMONU3A MPUPDMOPAUENANHBLX NPEKYPCOPOS 6 YCTIOBUX
8bICOKO1L cKopocmu Hazpesa nocnie 2-3 mun (a, d), 6-8 mun (b, e) u nocne 35 mu (c, f).

IeHTpanuio (10 OTHOLUIEHNI0 K HaHOYACTUIIAM KyOMYecKol
¢asbl) u pacnpenenenne yactury no obpasny. Ilocne anannsa
IMQpPaKIMOHHBIX KAPTUH YAA/IOCh YCTAHOBUTD CTPYKTYPHYIO
TOMOT€HHOCTb HAHOYACTUIL ITO 0OBEMY.

Usyuenue pocma nanouacmuy, 8 ycnoeusx 6vicmpoti
CKOpoCcmu HAZPe6a HA HAYATbHOT CIMAOUU CUHMe3a
HadvanpHbI 3Tal CMHTE3a HAaHOYACTUI] B Cydae CO3fa-
HIA BBICOKOTO IpajJiiieHTa TeMIIepaTypbl HarpeBa OT/INYACTCS
OT ONMCAHHOTO BbIIIe (puc. 5). BuHO, 4TO Ha IePBBIX MUHYTAaX
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CMHTe3a, IIOMIMO HAaHOYACTUI] HepeTylIapHoil GpopMbI U pas-
Mepamu 10 50 HM, IPUCYTCTBYIOT yAbTpaMenKue 1-3-HaHoMe-
TpoBble yacTuipl. KapTuHa 9/1eKTpOHHON AMdpakumm oT ar-
JloMepaTa HAaHOYACTUI] OIIpefie/isieT UX KyOU4ecKyIo CHTOHMIO
(mp. rp. Fm3m).

Ha mecroit MuHyTe CMHTE3a Ha KOMbL[€BOJ KapTUHE 97I€K-
TPOHHOI [UPAKINNU TTOABIAOTCA pedIeKChl TeKCarOHATbHOM
¢dasbl. 1o 3/1eKTPOHHO-MUKPOCKOIMIECKUM M300PaXKEHMSIM C
aTOMHBIM paspellleHreM OT HAHOYaCTII] Obl/Ia OIpeJe/ieHa TeK-
caroHasbHasA (pasa MeNKMX HAaHOYACTUIl pa3MepaMu [0 7 HM,
py 9TOM 6o0/lee KPYIIHble HAHOYACTUIIBI COXPAHAIOT KyOude-
CKYIO CTPYKTYpY. YBelMYeHNe BpeMeH! CHHTe3a IPUBOANUT K
POCTY reKCaroHaJIbHBIX HAHOYACTUIL U TIOTHOMY PacTBOPEHMIO
a-¢aspl. AHaMM3 MOTY4eHHON AUPPAKIVOHHON KapTUHBI OT
CMHTe3VMpPOBAaHHBIX HAHOYACTHUI] II0KA3aJI €e COOTBETCTBIE I'eK-
caroHajbHOM cTpyKType. [Ipu aTOM cpenHmit pasMep CMHTE3N-
POBaHHBIX HAHOYACTUL] COCTAB/IAET ~25 HM.

Taxum o6pasom, B JaHHOM C/lydae CMHTe3 HaHOYACTHUI]
ABJIAETCS MHOTOCTAIUITHBIM IIPOLIECCOM M BK/TIOYAET CIeTYIO-
mye 3Talbl: TOMOTEHHOE 3apojbllieobpasoBaHye MeTacTa-
6nnpHOI a-¢dassl ¢ 06pasoBaHMeM HaHOYACTUI] (2-3 HM) U UX
arperanus B armoMmeparsl (go 50 HM); KoajeCleHIIUsI HaHO-
qactur a-dassl ¢ gpasosoit Tpanchopmanmeit B B-dasy; poct
HanouacTu $-NaYF, sa cuer pacTBOpeHns yacTuiy MeTacra-
OunbHOI a-(asbl.

3akiaroueHne

Takum 06pasoM, KIHOueBble IPO-
11eCChl, IPVMBOJAIIYE K MOTYYeHNIO HaHO-
YacTUI] ONPENIeTIeHHOTO pa3Mepa, pas3Bl-
BAIOTCSI Ha HAYa/IbHOI CTafiuyl CUHTe3a U
OIIPENEIAT BECh NA/IHENIINIT XOf IIPO-
mecca pocta HaHokpucramnos [(-NaYE,.
[Ipn stoM oO6Hapy>keHHble 2-3-HaHOMe-
TPOBble HaHOYACTUIIBI a-Gasbl SBIAIOT-
€A OCHOBOVI JII YCIENIHOTO IIOTy4YeHMs
MOHOJVCIIEPHBIX T'€KCAarOHA/IbHBIX HaHO-
gactury B-NaYF, B pasmeprom mamasone
15-75 HM, OIHAKO IIPMYMHA VX ITOSAB/IEHNA
IIOKA He BbIAIB/IEHA. YCIIETHOCTD ITpoLecca
CMHTe3a HAHOYACTHI] MeTOJIOM TepMO/II3a
TpuTOpaleTATHBIX IPEKYPCOPOB OIIpe-
TeAeTCs CKOPOCTBIO HarpeBa PeaKIVIoH-
HOI1 CMeCl Ha Ha4ajIbHOM CTain CMHTE3a,
KOTOpas s obecriedeH s CTabmmmsarym
U IIPOTHO3MPYEMOCTH IIpOLiecca JJO/DKEH
6b1Tb He Metee 100 K/mu. ITpoBenenHbIe
VICC/IEIOBAHYIA IO3BO/IVIIN YBEINYUTD BbI-
XOJ, L|e/IeBOTO HAHOIPOAYKTA IIpaKTide-
CKJ Ha MIOPSIIOK.
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Nucleation and Growth of Monodisperse Hexagonal NaYF4
Nanoparticles Synthesized by Trifluoroacetate Precursors
Thermolysis*
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Abstract

Synthesis process conditions for NaRF, (R — rare-earth elements) nanoparticle production with specified structural
and dimensional characteristics have been optimized by manipulating the technological parameters of the trifluoroacetate
precursors thermolysis: temperature, duration of the experiment and composition of the reaction medium. The temporary
and thermal parameters of NaRF, nanoparticles growth from the nucleation stage to the formation of final nanocrystals
have been analized with the direct sampling method. Limiting factors in the nanoparticles synthesis in both cubic and
hexagonal polymorphic phases have been identified by transmission electron microscopy in detail. The key role of the
heating rate of the reaction mixture at the initial synthesis stage on the structural and morphological characteristics of
this type nanoobjects formation is demonstrated. The features of the phase transformation of nanoparticles from the
metastable a-phase to the stable 3-phase during thermolysis process are discussed.

Keywords: fluoride nanoparticles, NaRF,, crystal structure, transmission electron microscopy, electron
diffraction, nucleation, thermolysis of precursors.

*The work was financially supported by RFBR (projects NeAe 19-02-00877, 20-32-70174 and 20-52-56017).
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Fig. 1. XRD patterns of NaYF ; Yb(20%)/Er(2%) nanoparticles synthesized  Fig. 2. NaYF ;: Yb(20%)/Er(2%) nanoparticles of various sizes depending on
at different temperatures after 30 min. the initial stage of the synthesis.
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L
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Fig. 3. TEM images and corresponding electron diffraction patterns from nanoparticles NaYF : Yb(20%)/Er(2%) during thermolysis under slow heating
rate conditions after 2-3 min (a, e), 25 min (b, f), 35 min (c, g) and after 1 hour (d, h). The B-phase reflections in the electron diffraction patterns are
highlighted in yellow (f, g).

B
|
-

Fig. 4. 4D STEM data from a sample at 35 min of synthesis. Bright-field TEM image (center) of the agglomerate of NaYF, nanoparticles: cubic (rounded
shape) and hexagonal phase (particles with a characteristic crystalline facet). Typical nanodiffractions from: cubic phase nanoparticles (1 and 2), an
amorphous network (4), hexagonal phase nanoparticles (5 and 6) and an example of diffraction in vacuum (3). Analysis of diffraction data showed that
among small nanoparticles of the cubic phase with a size of about 30 nm, there are 200-300 nm NaYF, nanoparticles of the hexagonal phase (space group
P6./m, PDF #04-011-3581), which have a single-crystal structure.

—T N

51/nm

Fig. 5. STEM images and corresponding electron diffraction patterns from nanoparticles during thermolysis under high heating rate conditions after 2-3
minutes (a, d), 6-8 min (b, e) and after 35 min (c, f).
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ITogxoapl K MACCOBOMY CMHTE3Y TIOMIHECIIEHTHBIX
GTOpUIHBIX HAHOMAaTEePUAIOB

A.B. Kowenes, H.A. Apxaposa, [].H. Kapumos

B pa6ote npuBomsATCs pe3ynbTarbl ONTUMM3ALMKM METOAMK MAacCOBOr0 CMHTE3a (POTOSIHOMUHECLIEHTHBIX
HaHo4acTuy, B-NaRF, (R=Y, Er-Lu) B pamkax TeXHONOrM4eckux MOAXOM0B «CBEPXY BHU3» U «CHU3Y BBEPX».
OTpaboTaHbl TEXHONOrMYECKNE PEXXIMbI BbICOKOIHEPreTU4eckoro nomona nonukpuctannos B-NaRF,, nony4eHHbIx
HanpaBfieHHON KpucTannu3auuen pacnnasa, s CUMHTE3a YacTul B pa3mepHoM AauanasoHe Ao 100 HM ¢
MacCOBbIM BbIXOAOM A0 2.5 I 3a 0[UH TeXHONOrM4eckuin npouecc. MokasaHo, YTo nocneayoLlas npoueaypa ux
TepmMo06paboTKM B NPUCYTCTBMN COOTBETCTBYIOLLMX TPUITOPALLETATHBIX MPEKYPCOPOB B CPee BbICOKOKMMALLNX
OPraH1YecKnx pacTBopuUTEnNeil No3BONAET 3HAYUTENbHO MOBLICUTbL UX (DOTONTOMUHECLIEHTHbIE XapakTepUCTUKI 3a
CYeT NaccuBMUPOBaHNs NOBEPXHOCTU. Pa3paboTaH 1 ONTUMNU3NPOBAH METOJ CMHTe3a HaHovacTul B-NaRF, 3a cuet
reTeporeHHON KpucTanim3aumi Ha ynbTPaMesikux 3aTpaBOYHbIX KpucTanniax, no3BoistoLnin cTabunmanpoBaTb
MpoLecc pocTa, onpepdensieMblii NOAUMOPGIN3MOM [AHHOIO Knacca COeAuHeHuid. [1poaemMOHCTpMpoBaHa
9(h(heKTUBHOCTL AAHHOTO MeTofa Ans maccosoro cuHtesa HY P-NaRF4 Ha ocHOBe «Tsxesnbix» NaHTaHOMA0B
(80 90 r) co CTpYKTYpOI «3aTpaBka—A4p0—0060s104Ka» B LLUMPOKOM Pa3MepHOM Auana3oHe C KOHTPOSIMPYeMbIMU

MOPCONOrNYECKUMI U CTPYKTYPHBIMI XapakTepUcTUKaMM.

KntoueBbie cnoBa: HaHOYaACTULbI, (HTOPUAbI, PEKO3EMESbHbIE AMEMEHTbI, BbICOKOIHEPreTUYeCKMin nomor,
TEePMOJIU3 NPEKYPCOPOB, reTeporeHHas Kpuctannmaaums, PoTontoMUHECLEHLINS.

*Paboma evimontera npu gunarcosoti nodoepycke PODI (npoexmot NeNe 17-00-00118, 18-29-20064,

19-02-00877 u 20-52-56017).

BBenenne

®ropupnbie HaHoyacTuipl (HY), akTMBMpoOBaHHbBIE VIOHA-
mu P33, B Hacrosllee BpeMs SBJIAIOTCA BOCTPeOOBaHHBIMU
MarepyasaMyl B PasJIMYHBIX BBICOKOTEXHOTOIMYHBIX 00/IAcTIX
HAyK! U TeXHVUKY 0/1arofapsi CBOMM YHUKA/IbHBIM OITHYECKUM
U CIeKTPOCKONMYeCKM XapakTepuctukam [1]. Koporkosomnso-
Basi TPaHuUIA COOCTBEHHOTO MOIIONIeHNs (BIUIOTDh 1o 140 HM),
XUMMYecKast M TepMudecKasi CTabMIbHOCTb (PTOPUIAHBIX COENN-
HeHUIT, y3K1e (POHOHHBIE CIIEKTPBI, BBICOKas M30MOpQHasa eM-
KOCTb I10 OTHOLIEHMIO K P39 103BOIAIOT reHepupoOBaTh B 3TOM
K/Iacce COeVHEHNI TIOMIHECLEHINIO B MIMPOKOM CIIeKTpPaslb-
HOM JIMaIla30He, pealn3yoNycsa KakK 110 CTOKCOBOMY, TaK U IO
aHTUCTOKCOBOMY MeXaHNI3MaM B 3aBYICUMOCTM OT IIPUPOJBI BO3-
Oy>X/IeHN, M CO3[JaBaTh MaTepUasIbl C KOHTPOIMPYEMbIMU CIIeK-
TPa/IbHO-TIOMIHECI]eHTHBIMI CBOJICTBAaMIU /LS 3a/ja4d OMOBM3Yya-
NM3aLNU U TePAaHOCTUKM [2], HaHOMHXeHepy ¥ 3D-npuHTHHTa
[3], cencopukn n ¢orokaramusa [4], anTuKoHTpadaKTHOI [5]
U TeTeKOMMYHVKALMOHHOM [6] cdep, CONMHEYHOI 9HEPreTUKN
[7] n T. 1. VI3 psia M3y4eHHBIX IO 9TI 3aiauyl PTOPUAHBIX Ma-
TPUL] Ha TaHHBII MOMEHT Hanbornee 9¢ppeKTUBHBIMYU U LIMPOKO
INpUMEHAEMBIMM Ha IIPaKTUKe HMPUHATO CYUTATh COENVHEHNS
Ha OCHOBe ABOiHBIX ¢Topuaos Harpua u P39 NaRF, (R=Gd,

KOLLENEB

Anekcanap Bnagumuposuy
MHeTutyT Kpuctannorpadun
um. A.B. LLIy6HMKOBa,

KKKn®, HUL «KypyaTtoBckuii
NHCTUTYT»

APXAPOBA
Haranbs AHipeeBHa

um. A.B. LLIy6HMKOBa,

NHCTUTYT>»
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WHeTuTyT Kpuctannorpacun

KKKn®, HIL «KypyaTtoBcKuii

Y, Yb, Lu), nermpoBaHHBIX Iapammu
oo Yb**/Er**, Yb**/Tm*, Yb*/Ho*
(puc. 1la-c) [8].

PasmepHOCTD U /IOKa/nbHAsA CUM-
metpus (JIC) nonos P39 B marpuie Bo
MHOTOM oOIpenensioT 3GdeKTUBHOCTD
npeo6pa3oBaHysl BO30OY>KHAIOIIETO U3-
nydeHus. s coenyHeHuit B OMHap-
Hpix cucremax NaF-RF, (R=Y, Er-Lu)
aKBUMOTISIpHOMY cocTaBy NaRF, coot-
BETCTBYIOT JIBe HeCTeXMOMeTpPUYecKIe
¢asbl: BBICOKOTeMIIepaTypHasi (a) Kyou-
geckast Na, Y . F,  («ap. rp. Fm3m,
Z=4) ¥ HU3KOTEMIIepaTypHas IeKcaro-
HanpHas (B) Na, Y, F,_ (mp. rp. P6./m,
Z=1), ABnAImMecs MNOMUMOPPHBIMU
mopndukanysmu [9]. [Ipu atom 6onee
Huskas JIC P39 B rekcaroHaabHol Ma-
tputie (C,,) BbI3bIBaeT pocT 3pdeKTus-
HOCTHU aIKOHBEPCUOHHOI (HOTOTIOMM-
Hecuennyy (OJI) mpakTuyecku Ha I0-
PSAJOK IO CPaBHEHUIO C KyOMYeCKMMU
ananoramu (JIC P33 D, ) [8, 10] us-3a

KAPMMOB

Dennc Hypumanosuy
VHcTuTyT Kpuctannorpadum
um. A.B. LLIy6HMKOBa,
KKKn®, HUL, «KypyatoBckuii
VHCTUTYT»
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6omee BBIPAXEHHOTO IITAPKOBCKOTO
pacilerieHus 4f-MyIbTUIIIETOB U, KaK
C/IeICTBYIE, ITIOBBIIMIEHNS BEPOSTHOCTU
IIPOTeKaHNUs 9TeKTPOHHBIX 4f-4f mepe-
XOfloB B MOHax P33, uto mpegmomnpene-
JisieT HaMOOMbIINIT MHTEPEC K MCCTIENO-
BAHUIO ¥ MIPAKTUIECKOMY MCIIO/Ib30Ba-
Huo HY NaRF,, Haxopsimmxcs uMeHHO
B P-dase. Ilopasnsromiee uncio coBpe-
MEHHBIX paboT CBSI3aHO C ONTUMM3A-
1Mell MeTONOB XMMUYEeCKOTO CUHTe3a
«CHU3Yy BBEpX» U M3Yy4eHMEM CBOVICTB
YacTUI IPEUMYIIEeCTBEHHO Ha OCHOBE
marpuipsl (-NaYF,, kotopas crama yxe
IIPU3HAHHBIM 9TAJIOHOM KaK CaMblit 3¢-
(eKTUBHBIN, IIPY COOTBETCTBYIOLIEM
YPOBHE JIETMPOBAHNA, alIKOHBEPCHMOH-
HbII1 IpeobpasoBatens VIK-usnydenns.

MccnemoBanuii ~ M30CTPYKTYp-
mpix HY B-NaRF, Ha ocHoBe «Tsxke-
abix» P39 (R=Yb, Lu) oTrHOCUTENBHO
HEMHOTO, 4YTO CBSI3aHO CO CJIOXHO-
CTAMIU B UX IOJy4eHWUN, HO STU Ha-
HOOOBEKTBI ABIAITCSA BeCbMa IIpU-
BJIEKATEeTbHBIMU  [UIsI  Pa3pabOTKIUL.
9T0 06yCIOBIEHO ClAeAyoIUMU paK-
TOpaMIU: BO-IEPBBIX, IIPeAIONaraer-
ca, uro B marpunax B-Na(Yb, Lu)F,,
nerupoBaHHBIX MoHaMu P39, adpdek-
TUBHOCTD Iepefadyyl SHePTUM OT CEH-
cubMIN3aTOPOB K aKTMBATOpaM 3Ha-
YUTEIbHO BO3PACTaeT 3 CUET yMEHb-
IMIeHNs MEXATOMHBIX PacCTOSHUIL
BcnencTBue adekTa TaHTAHOUTHOTO
CKaTys, 4TO IPUBOAUT K IIOBBILIE-
HIUIO MHTEHCUBHOCT) aHTMCTOKCOBOII
@JI Ha mopAAoK 1o cpaBHeHno ¢ HY
B-NaYF, [11]; Bo-BTOpHIX, TONHOE
nsoMopdHoe 3aMelleHNe MOHOB Y *
noHaMmn Yb’*, KoTopble ABIAOTCA CeH-
cubnnusaropamu VIK-KBaHTOB, Takxe
CIIOCOOCTBYET KOMIUIEKCHOMY POCTY
KaK CTOKCOBOI1, TaK ¥ aHTUCTOKCOBOII
®JI 3a cuet 607ee 3¢ HeKTUBHOTO IO-
IIoleHNsT Bo30yxjamoliero mHppa-
KpacHoro uanydenus [12, 13].

Jna  ymoBneTBOpeHMs pacTy-
IIer0 TEeXHOJIOTMYEeCKOro CIIpoca Ha
BaHHBII KJIAcC HaHOMIOMMHO(OPOB
HEMa/JIOBQ)XHBIM AaCIHEeKTOM SABJIAET-
Cs1 BO3MOXKHOCTb MAacIITaOMpOBaHUA
ux npousBozpcTsa [14]. Hecmorps Ha
UHTEHCUBHOE pa3BUTHE METOJOJIO-
TUYEeCKUX MOAXONOB «CHU3Y BBEPX» K
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Puc. 1. II9M-usobpaxenus H4 NaRF ; ky6uueckoti a- (a) u eexcazonanvroti B-gasol (b);
€ - MexaHu3m nepenoca dnepeuy 6 napax uonos Yb**/Er’** u Yb**/Tm** npu 8030yscoenuu
usnyuenuem A\=978 um; 6 d - yuacmox asosoti ouazpamma cucmemot NaF-YF ; ysemom
o6o3Hauenvl obnacmu cywecmeosanus Kybuuecxkoii (F) u eexcazonanvnoii (G) ¢as
coomeemcmeeHHo.

xummdeckomy cuntesy HY p-NaRF, (MeToapl Tepmonusa unn
BBICOKOTEMIIEPATYPHOTO COOCaXK/IeHNsI NMPEeKypCcOpoB B He-
BOJHBIX CpeflaX, TUAPO/CONMbBOTEPMaNbHOTrO cuHTe3a [15-17]
U T. I.), X IPOU3BOUTENBHOCTD HE MPEBBINIAET IPAMMOBBIX
konmnyects (B cpegHeM 0.3-0.7 r). OnmcaHbl ygauyHble MOMbIT-
KJM MacliTabMpOBaHMSA METOAUKM BBICOKOTEMIIEPATYPHOTO
coocaxgenus mig HY [S—NaRF4 Ha OCHOBE «JIeTKUX» IIpe-
craBuTteneit mantanoupnoro psaga (R=Gd, Y) Bmmots o 60
r 3a cunres [18-20]. Opgnako ansa coeguuennit B-NaRF, Ha
OCHOBeE «TsKenbIx» maHTanonmos (R=Er-Lu) morennuman mac-
MTabUpOBAHUSA CUHTE32 OrPAHMYMBAETCA OCOOEHHOCTIMU
ux nonuMopdmsma. Hykneanus Ha HadyaabHOM 9Talle CUH-
teza HY a-dassl, rTepmopnHaMmnyeckas cTabuaIbHOCTh KOTO-
pOit BO3pacTaeT C yBeM4eHeM TOPsJKOBOrO HOMepa Z oHa
R**, u 3ameqyIeHHas KMHeTHKA (a3oBOro MonmnuMopgHoro a3
MpeBpaleHns, MpoTeKawiero npu Boicokux (~320-330°C)
TeMIlepaTypax U HPOJO/DKUTENbHOM cuHTe3e (60-120 Mun),
OIIpeNeIA0T TeH/IeHIMIo KpucTaammsanym Jactul B-NaRF,
CYOMUKPOHHOTO ¥ MMKPOHHOTO pa3MepHBIX [AMalla30HOB
uan o6pasunoB cMmemranHoro ¢dasoBoro coctasa [15, 16]. K
TOMY >Ke TIpY YBEIWYEHNMM MacCOrabapuMTHBIX IapaMeTpOB
npouecca cHKeHne 3GdEKTUBHOCTU TPOLECCOB TEIUIO- U
MaccomepeHoca HEraTMBHO BIMsIET Ha [UCIHEPCHOCTH IO-
JTy4eHHBIX 00beKTOB. B paMKax TeXHOTOTMU «CBEpPXY BHU3»
MPOCTON U 9KOTIOTUYHBII METOJ, BBICOKO9HEPTETUIECKOTO I10-
MOJIa MICXOIHBIX 0O'bEMHBIX MaTEPUAIOB MEET ePCIEKTUBBI
KpynHoMacumTabHoro mpousBopctBa ogHodasusix HY, HO
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HONMIUCIEPCHOCTh M MOP(ONIOrndeckoe HeCOBEepUIEHCTBO
CYILIeCTBEHHO OTPaHMYMBAET BO3MOXXHOCTU VICIIO/Nb30BAHNUA
IOTyYeHHBIX IIOMOTIOM HAaHOOOBEKTOB B OMOTEXHOIOTMYe-
CKUX IIpoIleccax M HaHOoceHcopuke. Kpome Toro, cymecTBy-
I0T IOTIOTHUTEIbHBIE CIOKHOCTY IonydeHns ¢propugaeix HY
IDAHHBIM METOJIOM, CBSI3aHHbBIE C UX CKJIOHHOCTBIO K MEXaHO-
TUIPONN3Y, BOSMOKHOCTBIO 3aTPSI3HEHN 1[e/IeBOTO PO YKTa
MaTepuajaMy pPasMOJIbHOM TapHUTYPbl ¥ BpeMA3aTpaTHO-
CTBIO Ipouecca momorna [1].

Taxum ob6pasom, paspaboTka HPOCTBIX U YHMBEpCalb-
HBIX IIOJXONOB K MacCIITabMpyeMOMY CUHTE3y MHOTOQYHK-
nnoHanbHbIX @JI HaHOMaTepMamIoB Ha OCHOBE KpUCTas/INde-
cknx marpurn (-Na(Yb, Lu)F,, nermposanubix nomamm P33,
¢ TpeOyeMbIMI pa3MepHBIMU, MOPPOTOTNIECKUMIU U CTPYK-
TYPHBIMU XapaKTePUCTUKAMMN ABIAETCA KpallHe aKTya/lbHON
3ajadeyi sl pacUMpeHusl MX IMOTEHLMana MPaKTU4IeCKOro
IpUMeHeHUs U JanbHellero pasButus HaHohoToHuky [14].

PesynbraThl 1 06CyK/IeHMe

Macwuma6nuoui cunmes ¢pmopuonvix H4 f-NaRF,
MemoooM 6bICOKOIHEPZeMUUeCcK020 NOMONA

MeTOx BBICOKOIHEPTeTHYECKOrO ITOMOJIA YCIIEMIHO IpHu-
MEHANCA KaK /I MEXaHOXMMMNYECKOTO CUHTE3a pa3/IMIHbIX
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Puc. 2. Penmeenozpammol 06pAa3y06, NOMy4eHHbIX 6 pe3ynvmame: MexaHOCUHmMesa
U3 UCXOOHBbIX (pmopudos (a), «cyxoeo» u «mokpozo» nomona (b) npu pasnuunoti
npPoOONHCUMENLHOCU NPOULCCa; BHEUHUTE BUO NOMUKPUCTATIIUYECKO20 CAUMKA COCMABA
B-NaYF :Yb(20%)/Er(2%) npu e036ymoenuu UK-usnyuenuem (A=978 um) noxasan 6o
scmaske. Ykasavl nonoxeHus pegrexcos 6pazz08ck0z0 ompaxceHus ons np. ep. Pnma
(YF,), P6/m(B-NaYF,) u Fm3m(a-NaYF), 3eesdouxamu ommeuenvt pegpnexco. NaF;
¢ - JCK «xpuevie u penmeenozpammvl Kpucmannos [-NaYF:Yb(20%)/Er(2%),
nonyuenHvie npu omicuce 6 memnepamyprom ouanasove 400°C<T<700°C. Pegnexc
coomeemcmeyrouuti paze YOF, ommenen 36e3004K01L.

OMHAPHBIX U CTIOXKHBIX PTOPUIOB Iile-
JIOYHBIX, IIETOYHO- U pegKO3eMeslb-
HBIX METa//IOB U3 MHAWBUAYa/TbHBIX
KOMIIOHEHTOB [JIA 3aJlad TBEPHON
noHuku u dorouuku [21, 22], tak u
mna nonydenusa ®JI HY ¢ropupos
IyTeM HaHOHM3ALUM UCXOFHBIX 00D-
€MHBIX MOHO- U IIOJTMKPUCTAJITIOB WA
MUKPOIOPOIIKOB, IIOTY4eHHBIX TBEp-
modasHpiM cuHTe3oM [23, 24]. Ogp-
HaKO, HapsAAy C ONMCAHHBIMU BBIIIE
OpUYMHAMHU, CPAaBHUTENBHO HU3KUII
MAcCCOBBIII  BBIXOJ, HAHOPa3MEpPHOII
bpakuuyu He MO3BOMMI 00ECIEYUTH
IIMPOKOTO PACHPOCTPAHEHUS METO-
OB MeXaHOXVMUU ¥ MeXaHUIeCKOTro
DVUCIEePrUpOBaHUs JI/Isl CUHTe3a JlaH-
HOTO KJlacca COeIMHEHUIA.

PesynbraTel ampobaunuy MeTona
BBICOKOYHEPreTMYeCKOro IIOMOJa B
IIJIAHETAPHOM IIApOBOJ MENIbHULLE IS
noryyeana HY B-NaRF,, nermposan-
HbIX MoHaMM P33, mpeficTaBneHsl B pa-
6ore [25]. B paMkax gaHHOrO MeTOfa
ObLIM M3Y4eHBl HECKOJIBKO IOAXOLOB
K nonydeHuto HY: 1) mexanoxummye-
ckuit cunrte3d (MC) 13 COOTBETCTBYIO-
muX GTOPUAHBIX KOMIIOHEHTOB U 2)
BBICOKOOHepreTrdeckuit momosn (BII)
00bEMHBIX  MOMUKPUCTATUINIECKUX
cmutkoB  B-NaYF,:Yb(20%)/Er(2%),
HOTYYeHHBIX METOJOM BepTUKa/TbHON
HAaIpaB/IeHHON KPUCTA/UIM3ALNN U3
pacmaBa. ONTUMM3anNMI0 3SKCHEpU-
MEHTa/IbHBIX IIapaMeTpOB IIpolecca
NpOBOAWIN IIYTeM BapbUPOBAHMNA
HPOJOJDKUTENbHOCTU mnomona (ot 4
1o 14 g gng MC u ot 1.5 mo 16 4 g
BII) u cpepmbl mpoBefieHMsI mpoliecca
(«cyxoi1» M «MOKPBIil» B IIPUCYTCTBUNI
0JIeMHOBOI KucaoThl s BII). B kaue-
CTBEe MOJE/IBHOIO 00'beKTa ObLIO BBI-
6pana marpuma $-NaYF,.

CormacHo JaHHBIM pEHTIEHO-
¢dasosoro anamsa (P®A) (puc. 2a),
B IIpoIlecce MeXaHOCHHTe3a MCXOf-
HBIX PpTOpUROB 0FHO(DA3HBIX 00pa30B
B-NaYF, momyunurp He ymamoch faxe
IpU MaKCHManbHON IIPOIO/IKUTENb-
HOCTM MeXaHM4eckoro mnomona (mo
14 4). Hanuume Ha peHTreHOTrpaMMe
CUTHAJIOB OT UCXOIHOTO mopomika YF,
(np. rp. Pnma), rexcaroHanbHO [-
(mp. rp. P6,/m) n xybudeckoit a- (tp.
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rp. Fm3m) ¢das NaYF, o6ycrmosneHo
HEIOTHOTOM MPOTEKaHUsI KaK MexXa-
HOXMMMYECKOM pPeaKunuun NaF+YF3,
Tak 1 nonumopgdHoro o->P-mepexona
nns coenvrenns NaYF,.

IIpn «cyxom» IoMoOe MOMMUKPU-
cranmnmoB  B-NaYF :Yb(20%)/Er(2%)
HabmogaeTcs ux ¢asosas P->a-TpaHc-
dopManusa ¢ HpeUMylIeCTBEHHBIM
cofep)XaHMeM TeKCcaroHaabHOI (as3sl
B-NaYF, (puc. 2b), ogHako BpeMeHHOI
3aBUCUMOCTHI U3MEHEHNUsI KOJTMIeCTBa
a-dasel B cMecn He 06Hapy)eHo. Co-
I7IaCHO JaHHBIM AuddepeHnnaabHOI
ckaHnpymomen Kanopumerpnun (JCK)
1 BBICOKOTeMIepaTypHoro POA
(puc. 2c), TpaHHUIA TeMIepaTypHOI
ycroituuBocty  P-dasbl  cocTaBiseT
650°C, uTo KOppenupyer C JaHHBIMU
[26]. Takum o6pasom, HabIOKAEMBIIT
($a3oBbIl Iepexo]; MOXeT ObITb 006-
YCIIOB/IEH KaK HeCTAaOMUIBbHOCTBIO CO-
enunenns $-NaRF, mpu nmospimeHHbIX
JIOKaJIbHBIX J[IaB/IEHUSX, Pa3BUBAIO-
MXCA B IPOLeCCe yIapHOTO BO3Jell-
cTBUsA [27], TaK ¥ TMOBBIIIEHHBIX TEM-
nepaTypax, KOTOpble MOTYT JOCTUTATh
~1 000°C B MecTax KOHTAaKTa MeJ0-
VX TeJL.

B cnywae «mokporo» momosna
CIIUTKA B Cpefie ONIeMHOBOI KMCTOTHI
CTPYKTYPHBIX HM3MEHeHHuil o6pasia
He Hab/MOmaeTCcs Jake NMPU YBeIu-
YeHNUM [JIUTENbHOCTU IOMONa [0
16 4. YcnemHbl nepexof UCXOLHOTO
KPUCTA//ITMIECKOTO MUKPOIOPOIIKa
B HaHOCOCTOSIHNE TOJTBEPXK/EH pe-
3ynpTaTaMnu ckaHupytomeit (COM)
u npocBeuusamwoueit (II9M) anek-
TPOHHOI MMUKpockonun (puc. 3a-c).
CpenHuit pasMep IONyYeHHDBIX B pe-
3y/lbTaTe IOMOJIA YaCTUI] HepeTysap-
HOIl GOpMBI yMeHbIIaeTcs oT 150 HM
(4 9) mo 30 uM (3a 16 4 momona).

[l 4acTui, MONTYyYeHHBIX IIpU
OosnbIell TPOJODKUTENBHOCT  TI0-
Mosa, Habmiogaercs 6oree yskoe ux
pasMepHOe paclpefeneHme ¢ Ipeood-
MaJaHMeM YacTUI HAHOPa3MepHOI
dbpakiun, 4TO MOATBEP)KAAETCS TIOBBI-
LIeHMEM CeJVMEHTALVOHHOM YCTOli-
yuBoCTU KomnmoupoB HY 16-gacoBoro
nomona (puc. 3d). Mbl npenmnosnaraem,
YTO HaAU4Me B CUCTEME >KUJKUX IO-
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Puc. 3. a - COM-u3obpasiceHuss u coomeemcmeyoujue 2UCHOZPAMMbL PA3MEPHO20
pacnpedenenus  uacmuy, [-NaYF :Yb(20%)/Er(2%), nonyuennvie npu  pasauunoti
npodomicumenvHocmu  «mokpozo» nomona; II9M- (b) u BPOM-uszobpaxenue c
coomeemcmeyouwum uzobpaicenuem npeobpasosanus Dypve, 3apeucmpuposanHvIM
600nv nanpasnenus [0001], HY B-NaYF :Yb(20%)/Er(2%) (c), nonyuenmvix 6 pesynomame
16-uacosozo nomona; d - sasucumocmo unmercusrocmu OJI konnoudos vacmuy, é zexcare
(A=540 Hm) om nPoOOIHUMENLHOCNU MEXAHUHECKO20 HOMOLA.

BEPXHOCTHO-aKTVBHBIX BEIECTB CIIOCOOCTBYeT Ooree TOH-
KoMy HaHomomony nopomkos (3-NaYF,:Yb(20%)/Er(2%) 6es
IpOAB/IEHNA KaKux-1m6o ero ¢asoBbIX TpaHCPoOpMaLuil 3a
CYeT yNny4IllleH!sA IPOLeCCOB TEIIONePeHOca OT YaCTUI] K JKIJ -
KOCTU, IIO3BOJIAA NPeJOTBPATUTD CUJIbHBIN JIOKa/IbHbIN Iepe-
TpeB NpPYM MEXaHUYECKOM BO3JEVCTBUM, ¥ CTAaOMIN3NPOBATH
IOBEPXHOCTb M3Me/Ib4aeMbIX YacTUII, HPENATCTBYsA UX arpe-
rMpoBaHMio. MaccoBbIil BBIXOJ, HAHOpa3MepHoit (1o 50-70 HM)
bpakuMM 4acTuIl IMOCiIe MPOLeRypbl CeAVMEHTALUN BapbUpy-
erca B npefenax 40-50% oT Havya/bHOMN 3arPy3KM, YTO COCTAB-
nsAeT ~2-2.51. BepoATHO, JaHHBIN TOAXO/[| I03BOJIAET IIOTYYUTD
HY ¢ 6onee y3kuM pa3MepHBIM paclipefie/ieHueM IyTeM Hajb-
HeJIlIero yBeNMueHus JJINTEeTbHOCTY MeXaHUYECKOTrO ITOMOIa.
OpnHako 1enecoo6pasHOCTD YBENNYEHNA JIUTETbHOCTY ITIOMO-
7a MOXKET OKa3aTbCsl COMHUTENbHON BCIENCTBME MOBBINIEHNA
PVICKOB 3arpsA3HeHNs KOHEYHOI0 IPOJyKTa MaTepuagaMu pas-
MOJIbHOI TapHUTYPbL. [IpescTaBeH bl TOAXO/ OB YCIELTHO
aflallTUPOBAH [ IOTy4YeHM A IIePCIEKTUBHBIX C TOUKY 3PEHNUs
CIIEKTpPa/IbHO-TIOMUHECIIEHTHbIX Xapakrepuctuk HY Ha oc-
HOBe MOHOKIMHHOI Marpuibl BaY F , TexHonmornyeckme Bo3-
MO>XHOCTH CHHTEe3a KOTOPOil B HAHOCOCTOSHUM XUMUYECKIUMU
MeTOfilaMy OTpaHN4eHbl [28].

IIponenypa IaccuBalumn IIOBEPXHOCTH HY
B-NaYF,:Yb(20%)/Er(2%), momy4yeHHBIX METOIOM MeXaHO-
AVCIEePTUPOBAHNA, JIS CHYDKEHUA 0e3bI3TydaTelbHBIX IIO-

DOI: 10.22204/2410-4639-2024-123-124-03-04-46-59 49




BECTHHK PO dH @ CTPYKTYPHAS IMATHOCTUKA MATEPHAJIOB

Tepb SHEPTMM Ha NPUIOBEPXHOCTHBIX HedeKTax, peannsye-
Masi IyTeM TepMUYecKoil 06paboTky HaHOPpPAKLUU B IIpU-
cyTcTBuM npekypcopos Na n P39 mpu temmneparypax 300-
320°C B cpefie BBICOKOKUIIAINX PACTBOPUTEIEN, IPUBOIUT K
TpaHcdopmanuu ux Mopdonoruu oT HeperyasipHoi (puc. 3b)
10 IpaBMUIBHOI GOPMBI, 6/IM3KOI K TeKCarOHAIbHO, KOTOpast
3aJjaeTcsA KPUCTAIIMYECKO CTPYKTYPOIl, CO CPEJHUMM pas-
Mepamu 50-90 HM U 3HAYUTETBHOMY POCTY MHTEHCUBHOCTU
ankousepcuonnoi OJI (puc. 4). Takum obpasom, KoMbOuHa-
V151 METO/I0B BBICOKOSHEPTeTUYECKOTO ITOMOJIA I BBICOKOTEM-
HepaTyPHOTO Pa3oXKeHNsA TPUPTOpalLleTATHBIX IPEKypPCOPOB
MO3BOJIAET YBEIMYUTD BBIXOJ, KOHEYHOTO IMPOAYKTa 1O 5 T 32
CMHTe3, UYTO y>K€ MOXKeT OBITh IMEePCIEeKTUBHBIM 11 MaCCOBO-
ro npoussopacTBa sTux HY.

ia

d |/, oTH. eq.

— A0 OTHWura
—— NOCne oTXxura

4 4
Fois o

350 400 450 500 550 600 650 700 750
A, HM

Puc. 4. a - I[I9M- u BPOM-u3obpaxenus ¢ coomeemcmeyouseti 0uazpammo
cunmesa Qypuve, 3apezucmpuposantoii 60onv nanpasnenus [0001]; b - dpaxyuu
HY B-NaYF :Yb(20%)/Er(2%) 16-uacoceozo nomona nocne mepmoo6pabomsu; ¢ -
usobpaxenus anemenmnozo Kkapmuposanus: Na L-nunus (kpacuoii), Y L-nunus
(¢puonemoswiii), F K-nunus (menmotii); d — unmencusHas 3esenas nioMuHec,eHus
u cnexkmpor ®J1 (A, =978 um) xonnoudos HY 16-uacosozo nomona 0o u nocne
npouedypor mepmoobpabomu.

Macwumabnotii cunmes
¢mopuonvix H4 f-NaRF, memodom
2emepozeHHOIl KpUCManAU3IayuY

[Tony4yenne ogHO(A3HBIX YaCTUI]
B-Na(Yb, Lu)F,, comepxammx moHBI
«TSDKENTbIX» JIAHTAaHOMJOB, B HAHOCO-
CTOAHNM IpOTeKaeT B Ooree XKeCTKUX
9KCIepUMEeHTATbHBIX YCTIOBMAX, B TOM
YIICTIe TP 3HAYNTETbHBIX OTK/IOHEHN -
AX MOJBHOTO COCTaBa IIPEKYypPCOpPOB
Na":R**:F° oT HOMUHaJIbHOI CTEXMO-
MeTpUM KOHEYHOTO COeMHEHNdA, YTO
IPUBOAUT K 0Opa30BaHMIO GOIBIIOTO
KOJIMYeCTBa IMOOOYHBIX HPMMECHBIX
IpOAYKTOB (Hampumep, GpTopuaa Ha-
TpUA), cemapanus KOTOPBIX OT Iiefe-
BOIl (pa3bl ABJIAETCSA HETPUBUATBHON
U TPYAOEMKOII 3ajadeil wam Tpedyer
00513aTe/IbHOTO TIPUMEHEHUsI BBICO-
KOTEXHOJIOTMYHOTO JIOPOTOCTOSIIETrO
obopymoBaHnus [16, 29, 30]. B cBs3u ¢
3TUM IIePCIEeKTUBHBIM HallpaBIeHNIEM
UCCIeJOBAHNI SABAETCA IEPEeXOf OT
TOMOT€HHOJ MacCOBOJ KPUCTajIn3a-
UUU K JBYXCTaAUITHOM CTPaTernu Io-
mydenns Hanodactuy -Na(Yb, Lu)F,
METOJOM TeTepOTeHHOW KpPUCTAJIIN-
3allMy Ha Y/IbTpaMeNnkKnux (pasMepom
3-5 HM) ONTMYeCK) MHEPTHBIX HAHO-
saTpaBkax -NaYF, myrem ammraxcu-
a/IbHOTO HapaIlMBaHUA Ha UX IOBEPX-
HOCTh croeB (-NaRF,, mermpoBanHbIx
nonamu P33 (puc. 5a).

Hannuune B peakiMOHHON cpefe
3aTpaBOK I'eKCaroHaJbHON (asbl IO-
3BOJIUT CTAOMIM3UPOBATH IPOLECC
KpUCTA/UIN3aluM  IeneBoit  ¢asbl
3a CYeT 3HAYUTE/NbHOTO CHIDKEHUA
sHepreTuyeckoro Oappepa AG n
yCKOpeHMsI KMHeTuKM pasoBoro a->f
nepexofia, He Tpebys M3OBLITOYHOTO
KO/INYeCTBA IIPEKypPCOPOB. YMeEHb-
IIeHNe Pa3sMEePHOCTM HAHO3aTPaBOK
IOVKTYeTCSA KaK MUHMMAaTbHBIM MICKa-
JKeHIEeM JVTOTOBOTO KAaTMOHHOTO CO-
craBa HY, Tak u cHM>XeHMeM pasmep-
HOCTY TIOTy4YaeMBIX YacCTHUI| BIUIOTHb
1o 10 HM, 9TO BOCTpe6OBaHO B Mefji-
UVHCKUX i1 ViVO IPUIOXKEHMAX.

Ha HauanpHOM 3Tame CUHTE3NU-
poOBanM yIbTpaMeNKyie HaHOKPUCTAI-
nei-3arpaBku (-NaYF, meTomom BbI-
COKOTEMIIEPATYPHOTO  COOCAXKIEHMN
IyTeM BapbMPOBAHUA KAaTMOHHOTO
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cocraBa MaTpuisl (ComernpoBaHue
noHamm Gd**) u TpOJOIKUTENBHO-
ctu cuHTe3a. Metogamu POA n [I9OM
ObIIO TOKa3aHO, 4YTO obecredyeHMe
MOJIBHOTO COOTHOIIEHNUsI HPeKypco-
poB n(Y**):n(Gd**)=1:1 u BbImep)KKa
peaKUMOHHOM cMecu B TedeHme 15
MMHYT COOTBETCTBYIOT Hamboree 6ma-
TONPUATHBIM YCTIOBUAM KPUCTAJIIN-
3anuyu MoHopucnepcHoix HY rekca-
roHa/sbHON (as3sl C pa3MepoM ~4 HM,
KOTOpble B IIOCTIEAYIOIIEM MUCIIONb30-
Ba/lM B KayecTBe MCXOJHBIX HAaHO3a-
TpaBok (puc. 5b-d). Heobxoxumbre
HAHO3aTPaBKM MOTYT OBITh TaK)Xe IIO-
JIy4eHbI METOIOM BBICOKO9HepreTuye-
CKOTO IIOMOJIa C IOC/IeAYIOUNM OTHe-
neHneM GpaxIuy Hy>KHOTO pasMepa ¢
[IOMOIIbI0 CEAVIMEHTALIMA.

Ha BTOpoM aTame nIpoBOgUIOCDH
AMMUTAKCHATbHOE HapalMBaHUe Ha
[OBEPXHOCTb IONY4YEHHBIX 3aTpa-
Bok crmoes (-NaRF,, mermposannbix
noHamu P33. HagexXHOCTh MeTOMM-
KU TeTePOTeHHOI KPUCTATIN3ALUN
Oblla TOATBEp)XAE€HAa IMPOOHBIMU
9KCIIepMMEHTAMM 10 HapallMBaHUIO
cnoes [(-NaRF, ma HanosaTpaBkax
B-NaYF :Gd(50%) pasmmuHOoro Xu-
MUYEeCKOTO cOcTaBa. [l HaHeCeHMs
KaX/J01 000T0YKM WCIOIb30BaIN
9KBUMOJIAPHOE COOTHOIIEHME IIpe-
kypcopos n(Na'):n(R’*)=1:1. Cym-
MapHOe COOTHOIIeHMe KOINYecTBa
IpPEeKypCOpPOB, UCIONb30BAHHBIX /I
HaHeceHUs OOOTOYKY, U HaHO3a-
TpaBok (-NaYF, :Gd(50%) M Moy
BapbMpPOBAJIOCh B AuanasoHe ot 2:1
mo 230:1. PeHTreHOrpaMMbl IOTY-
YeHHBIX MHOTOC/IONHBIX CTPYKTYP
(puc. 6a) MEHAMIUPYIOTCA B Hp. TP.
P6,/m 6e3 mposBNeHMA KaKUX-/N-
60 pednexcoB or mpumecHbIXx ¢as.
PesynbraTter [I9M n snepropucmep-
CMOHHOTO aHa/lu3a BbIPALleHHBIX
Ha 3arpaBkax HY npm Hanecenum
yeTbIpex 000/104YeK, MHpefcTaBIeH-
Hbple Ha (puc. 6b,c), IpoKeMOHCTPU-
poBaM MX YCHeIIHOe HapaljuBa-
HIe HAa MCXOJHble HAHO3ATPaBKU I
dbopMupoBaHUMe MOHOIUCIIEPCHBIX
reKCaroHaJIbHBIX CTPYKTYP CO Cpef-
HUM pasmepoM 26 HM. CTPyKTypHbIe
U pasMepHble JJaHHBIE MOMyYeHHbIX
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Puc. 5. a - Ynpowennas cxema memoOUKu 2emepoeHHOl KPUCMAAAUIAUUY
HY B-NaRF, na mnanosampasxax [-NaYF_:Gd(50%); b - penmeenozpammol
Hanozampasox B-NaY, Gd F, nonyuennolx npu pasnuunom yposHe neuposanus
uonamu Gd’*; ¢ - penmeenozpammol narnosampasox f-NaYF :Gd(50%), nonyuerntoix
npu pasnuuHoti npodommumenvHocmu cunmesa; d - IIOM-usobpaxenus u
CO0MeEemMcmeyoujUe 2UCOoZPAMMbL PA3MEPHO20 PACnpedereHUs HAHO3AMPABOK,
NONYHeHHbIX NPU BAPLUPOBAHUL UX XUMUHECKO20 COCMABA U NPOOONNUMENLHOCINU
cunmesa.

MHOTOC/IONHBIX CTPYKTYp NpefcTaBaeHsl B mabs. 1. [Tony-
YeHHas 3aBMCUMOCTH cpefjHero pasmepa HY ot cooTHOIIE-
wua n, :n - (puc. 6d), koTOpas annpoxcumupyercs Gpop-
MYJIOIL:

n
d:42.940—37.679*exp[ 013*( p)]

3arp

(rme d — OKP, um; Moo ~ COMEPXKAHME MPEKYPCOPOB Ha-
Tpusi u P33 11 HaHeceHMsT 000TOUYKY; M, ~ COREPXKAHME
HanosaTpaBok [-NaYF :Gd(50%), momp), obecmeumbaer
BO3MOXXHOCTb KOHTPO/IVMPYEMOTO CHHTe3a JaHHOTO Kiacca
HAaHOYACTUI] B MIMPOKOM Pa3MePHOM [[Mala30oHe, TIO03BOJISAS
JNCKITIOYUTD TIIO60€ BINAHNE PAa3NINIHBIX ITIapaME€TPOB IKC-
nepuMeHTa.

Macurtabusiit cuntes ¢ropugHeix HY co cTpykrypoit
«HaHO3aTPaBKa-aKTUBHOE SAPO-MHEPTHAsA 000/I0YKa» TPefi-
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Tabnuua 1. Penmeenozpaguueckue napamempol mHozocnoiinvix HY, svipauieHHbix Ha HAHO3AMPABKAX
B-NaYF :Gd(50%)

NMapametpbi pewetku, A

CoctaB 06004kn

1 B-NaYF,:Gd(50%) 0 a=6.004(1), c=3.540(1) 45
2 B-NaLuF,: Er(20%) 2 a=5.948(1), ¢=3.459(1) 6
3 B-NaYbF, 8 a=5.951(5), ¢=3.469(3) 10
4 B-NaYF, 34 a=5.973(2), c=3.496(1) 19
5 B-NaYbF,:Gd(40%)/Tm(1%) 69 a=5.984(3), ¢=3.508(2) 28
6 B-NaNdF, 121 a=6.036(1), ¢=3.550(1) 34
7 B-NaYF, 231 a=6.014(5), ¢=3.555(3) 42

a b TPY3KM IPEKypCOpOB 1 06beM peax-

. omH. en, IMOHHON cpepnpl). COITTaCHO HaHHBIM

e P®A u IIOM, 3a oguH TeXHOIOTUYE-

/| CKUII IIPOLeCC, KOTOPDIN COCTABUII 6 4

CUHTe3a, ObLI0 IOy4eHo 49.5 T MOHO-

g & R pucnepcubix HY B-NaYF :Gd(50%)-

0 P r— NaYbF :Tm(0.6%)-NaLuF, «60-
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Puc. 6. a - Penmezenozpammor HY, nonmyuennvix 6 pesynbmame HAHeCeHUS HA
nanosampasxku B-NaYF :Gd(50%) wecmu o6onouex, cxemamuyeckoe usobpazcenue
NOMY*eHHOU MHO2OCTIOUHOTE CIPYKMYPbl U XUMUHECKULL COCas 060101eK npusedeHnl
60 6cmaske; b - [IPOM-uzobpaxcernue HY nocne HaneceHus emuvipex INUmMaxkcuanoHbix
obonouex U COOMBEMCMEYIOULAS  2UCINOZPAMMA  PASMEPHO20  PACHpedeneHUs;
¢ - BPOM- u IIPOM-usobpasnenus H nocne Hamecenus uemvipex sNuUmaxcuanoHolx
obonouex U coomeemcmeyoujue UI0OPANEHUS INEMEHIMHO20 KAPMUPOSAHUS:
Y L-nunus (cunuii), Yo M-nunus (eony6oii); Gd L-nunus (swenmouii), Lu L-nunus
(cupenesuiir); d - sasucumocmo pasmepa H4 om coomuowenus n_ :n

npex""“zamp®

JIO>KEHHBIM BBIIIIE METOJOM TeTePOTeHHON KPUCTA/IN3ALNN
6b11 peanu3oban Ha ipumepe HY cocraba B-NaYF,:Gd(50%)-
NaYbF :Tm(0.6%)-NaLuF,. Vcxons us momyyeHHO# paHee
3aBpucuMocTu jnda nonydenua HY 3apmanHOro cocrasa co
cpenauM pasmepoMm Kpucrtammutos (OKP) 30-35 um u Teope-
TUYECKUM MaCCOBBIM BBIXOIOM ~50 T GBIV IPONOPLNOHA/Ib-
HO yBe/IMYeHbl MaccorabapuTHble IapaMeTpbl cuMHTe3a (3a-

IoKasaTenell OODBACHASTCA CHIDKe-
HueM 9(Q@EeKTUBHOCTU IIPOIECCOB
TEeI/IO- ¥ MAacCOIePeHOCca BCIe/ICTBHE
3HAYNTE/IHOTO YBe/IMYeHNUA ee 00be-
Ma U 3arPy30K IIPEKypCOpPOB, 4YTO, B
CBOIO ouepefib, TpeOyeT TIIATETbHO-
ro KOHTpONA IepeMellMBaHMUA pe-
akKIMOHHOM cMecu. Takum o6pasom,
OBYXCTaIUIHBII METOJ TeTepOreH-
HOJ KpMCTanmausanum obecrednmBaeT
BO3MOXXHOCT! KPYIHOMAacCIITaOHOTO
CUHTe3a IAHHOTO KJIacca COeNVHEeHMII
C KOHTpONMpyemoil MopQojorueit,
KPUCTA//INYECKON CTPYKTYypOU, Ofi-
HOPOJHBIMM  CIIEKTPAJIbHO-ONTHYe-
CKMMM CBOJMCTBAMIU U pacIIMpeHHON
byHKIMOHANIBHOCTBIO. B oTnnmyme ot
NpUBEJEHHBIX BbILIE METOJOB Mac-
mrabupyemoro cuHtesa HY Ha oc-
HoBe Marpuipl P-NaGdF,, manubiit
METO/I0JIOTUYECKUI TIOJXO0]| ABAETCA
YHUBEPCA/IbHBIM U MOXET IpuMe-
HATbCA /14 COeJMHEHNI BCETo JIaHTa-
HOMJIHOTO psja.
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3aKkiIroueHune

B pmannoit pabore mpencraBiie-
HbBI TOJXOMABl K BBICOKOIPOU3BO/M-
TeIbHOMY CHHTe3y JIIOMUHECIeHT-
Heix HY [3—N211RF4 (R=Y, Yb, Lu),
JTeTMpOBaHHBIX MOHaMu P33, wme-
TOJJAMMU BBICOKOJHEPTreTUYEeCKO-
ro IOMOJIa MCXOJHBIX 00DBEMHBIX I
reTepoTeHHOI KpUCTA/TU3 AN,
IToxasaHo, 4TO MeTOJMKa MeXaHO-
CUHTE3a U3 OTHEeNbHBIX (GTOPUITHBIX
KOMIIOHEHTOB sIBNISIETCS Manoad-
(beKTUBHOI 1A HOAydYeHUs OJHO-
dasapix HY B-NaRF, Bcmemctsume
BBICOKOI HPOJO/KUTETBHOCTH MPO-
[jecca ” HEIMOTHOTHl MHPOTEKAHMS
peakuuyu. MeTOAMKa «CYXOTro» IIO-
MOJTa TOMMKPUCTATINYECKUX OyIb
B-NaYF :Yb(20%)/Er(2%) mpusopguT
K nx ¢asoBoit p>a TpaHchopMan M,
4TO O0OYC/IOBIEHO MeTacTabM/IbHO-
cTbi0 P-¢asbl Ipy MOBBILIEHHBIX /I0-
Ka/IbHBIX JaB/IEHNSX U TeMIIEpaType,
Pa3BUBAIOLUINXCS IPY MEXaHNIECKOM
BO3IeNCTBUM. BBICOKO9HEpreTMye-
CKUII TTOMOJT TIOJIMKPUCTAIINYECKUX
00pasioB B MHPUCYTCTBUU OJIEU-
HOBOJI KMCJIOTBI, 3KOJOTUYHBIN U
IIPOCTOM C TEXHOJOTUYECKON TOYKM
3peHnsA, obecmeumBaeT IOTy4eHME
ogHodasHbeix HY B HaHOpasMepHOM
OuamnasoHe 7o 2.5 T KOHEYHOTO IIpPO-
AYKTa 3a OJJMH 3KCIE€PUMEHTAIbHBI
[MKJI, YTO 3HAYUTENbHO MPEBBIIIAET
MacCOBBINl BBIXOJ CYIIeCTBYIOLINX
CTaH/JAPTHBIX XMMUYIECKUX METOJOB
CHMHTe3a TaKMX MaTepuajaoB, C Iep-
CIIeKTUBOM [ajibHeNIIero MacHiTa-
6upoBanusa. [locrmenyiomuiee MOKPHI-
tue HY unepTHOI 060/m109KOIT 0bec-
IeYyBaeT 3HAYUTEIbHOE YIydIlIeHne
nx OJI xapaKTepUCTHK.

B pamkax mnopxojfa  «CHU-
3y BBepx» OBIIM ONTUMM3UPO-
BaHbBl yC/IOBMA IIONY4YE€HUA YIIb-

TpaMenkux (4 HM) HaHO3aTPaBOK
B-NaYF :Gd(50%) meromom BBICO-
KOTEeMIIePaTypPHOTO COOCAXAEeHUs B
6e3BofHOIT MHEPTHON cpene. Iloka-
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Puc. 7. a-permeernozpavmot HINaYUF ; Tm(0.6%) u-NaYbF ; Tm(0.6%)-NaLuF , vipaujerrvix
Ha wanosampasxax P-NaYF;Gd(50%); b - IIOM-usobpaxcernue HY [-NaYF, Gd(50%)-
NaYbF ;Tm(0.6%)-NaLuF ; erewnuii 6ud ¢ - cyxozo nopowxa u d - xonnouda 6 zexcarne HI
B-NaYF ;Gd(50%)-NaYUF ; Tm(0.6%)-NaLuF , npu 6036yscoeruu usmyseruem c A=978 Hm.

3aHO, YTO HAHO3aTPaBKM CTAOMIM3NPYIOT IPOIlecC CUHTe3a
HY [S—NaRF4 Jlake Ha OCHOBE «TS)KeNbIX» TaHTAHOUIOB, KO-
TOpble B HacTosAlllee BpeMsA TPYAHO IONYYUTH C MOMOUIBIO
TPafMLVOHHDBIX CUHTETUYECKMX MOAXOHO0B. ITO OTKPbIBAET
BO3MOXXHOCTM HalnpaBjieHHoro cuHTesa HY c saganHbIMU 1
KOHTPONUPYEMBIMU CTPYKTYPHBIMU ¥ CIIEKTPAIbHO-/TIOMMU -
HEeCLIEHTHBIMY CBOJICTBAMM B IIMPOKOM pasMePHOM JiMara-
3oHe. Ha maHHBII MOMEHT yBelIMYeHMe MaccOorabapUTHBIX
apaMeTpPOB IpoIlecca MO3BONsAEeT CUHTe3UpPOBaTh 10 50 T
moHoxucnepcHbix HY na ocnose marpunbt B-NaYbF,, uto
OTKpBIBaeT IepPCHeKTUBHI AMA UX KPYHHOMAacIITAaOHOTO
IpOM3BOACTBA U OOJIee MHTEHCUBHOTO BHeJpeHUA B POTO-
HUKY ¥ OMOTeXHOJIOTMY B KauyeCTBe JIIOMUHECI[EHTHBIX Me-
TOK Bujumoro u 6mmxHero VIK-gmuanasona.

Llenpro fanbHENINNX M3BICKAHUII OCTAETCA ONTUMM3A-
11 KaTMOHHOTO cocTaBa MaTpuibl (-NaRF, u nernpyrommx
KOMITOHEHTOB, 00eCIeYNBaoONIX MaKCYMaIbHYI0 KBAHTOBYIO
addexTnBHOCT HY, a TakXKe MOMCK albTepPHATMBHBIX KPU-
CTA/UIMYECKMX MATpul, 60ee TeXHOTOTUYHBIX C TOUYKM 3pe-
HIA UX CMHTE€3a B HAHOCOCTOSHMM U yIy4YlI€eHHbIMM IIOKa3a-
renamu @JI xapakTepucrux.
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Abstract o

Mass synthesis techniques of photoluminescent B-NaRF, (R=Y, Er-Lu) nanoparticles by utilizing “top-
down” and “bottom-up” technological approaches have been optimized. Technological regimes for high-energy
milling of B-NaRF, polycrystal ingots fabricated by melt directional crystallization have been developed for the
synthesis of particles in the size range up to 100 nm with a mass yield of up to 2.5 g per technological process.
The subsequent heat treatment of milling nanoobjects in the presence of appropriate trifluoroacetate precursors
in a high-boiling organic solvent medium significantly improves their photoluminescent characteristics due
to surface passivation. The synthesis of B-NaRF, nanoparticles by heterogeneous crystallization on ultrafine
seed crystals has been developed and optimized. This technique allows to stabilize the growth process and
solve the observed synthetic difficulties determined by the polymorphism of this kind of compounds. The
simplicity and efficiency of the proposed technology for the mass production of B-NaRF, nanoparticles based
on “heavy” R=Yb, Lu (up to 50 g per synthesis) with a complex “seed—core—shell” structure in a broad size
range with controlled morphological and structural characteristics are demonstrated in detail.

Keywords: nanoparticles, fluorides, rare-earth elements, high-energy milling, thermolysis of precursors,
heterogeneous crystallization, photoluminescence.

*The work was financially supported by RFBR (projects 17-00-00118, 18-29-20064, 19-02-00877 and
20-52-56017).
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Fig. 1. TEM images of NaRF, NPs: cubic «- (a) and hexagonal B-phase (b); ~ Fig. 2. XRD patterns of samples produced by: mechanical synthesis from

¢ - energy transfer mechanism in Yb**/Er’* and Yb**/Tm* ion pairs upon  initial fluorides (a), “dry” and “wet” milling (b) at different mechanical

A=978 nm excitation; d - phase diagram of the NaF-YF, system; the colors  treatment times; the appearance of f-NaYF :Yb(20%)/Er(2%) ingot upon

indicate the homogeneity areas of cubic (F) and hexagonal (G) phases, IR excitation (A=978 nm) is shown in the inset. The Bragg reflection

respectively. positions for the sp. gr. Puma (YF,), P6 /m (B-NaYF,) and Fm3m (a-NaYF,)
are indicated. The NaF reflections are marked with asterisks; c - DSC curves
and XRD patterns of B-NaYF :Yb(20%)/Er(2%) crystals, annealed in the
range 400°C<T<700°C. The Bragg reflection positions for the sp. gr. P6 /m
(B-NaYF,) and Fm3m (a-NaYF,) are indicated. The YOF phase signal is
marked with an asterisk.
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Fig. 3. a - SEM images and corresponding size distribution histograms of B-NaYF :Yb(20%)/Er(2%) NPs, fabricated at different “wet” milling time; TEM (b) and
HTREM images with the corresponding FFT diagram, recorded along the [0001] direction (c), of B-NaYF :Yb(20%)/Er(2%) NPs fabricated at 16-hour milling;
d - dependence of the PL intensity (A=540 nm) of hexane colloids of particles, produced at different “wet” milling time, on the duration of mechanical milling.

350 400 450 500 550 BOO 650 700 750
A, nm
Fig. 4. a - TEM and HRTEM images with the corresponding FFT diagram recorded along the [0001] direction; b - of the 16-h milled
B-NaYF :Yb(20%)/Er(2%) NPs fraction of after heat treatment; ¢ - elemental mapping images of Na L-line (red), Y L-line (magenta), F K-line

(yellow); d - intense green luminescence and PL spectra (A, =978 nm) of 16-hour-milled NPs colloids before and after the heat treatment
procedure.
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Fig. 5. a - Simplified scheme of the heterogeneous crystallization method of B-NaRF, NPs on 3-NaYF :Gd(50%) nanoseeds; b - XRD patterns of
B-NaY, Gd F, nanoseeds, synthesized at different Gd** ion doping levels; c - XRD patterns of f-NaYF :Gd(50%) nanoseeds, synthesized at different
synthesis times; d — TEM images and corresponding size distribution histograms of nanoseeds, produced by varying their chemical composition and
synthesis duration.
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Fig. 6. a - XRD patterns of NPs, produced by the growth of 6 shells on f-NaYF :Gd(50%) nanoseeds; a schematic multilayer structure image and the shell
chemical composition given in the inset; b - STEM image of NPs after 4 epitaxial shells deposition and the corresponding size distribution histogram; ¢ -
HRTEM and STEM images of NPs after 4 epitaxial shells deposition and the corresponding elemental mapping images: Y L-line (blue), Yb M-line (cyan),
Gd L-line (yellow), Lu L-line (magenta); d — dependence of the NPs size on the n__:n__ ratio.
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20 28 M 44
Particle size d, nm

Fig. 7. a - XRD patterns of B-NaYbF;Tm(0.6%) and B-NaYbF ;Tm(0.6%)-NaLuF, NPs grown on -NaYF ;Gd(50%) nanoseeds; b - TEM image of
B-NaYF :Gd(50%)-NaYbF ;Tm(0.6%)-NaLuF, NPs; appearance of c - dry powder and d - hexane colloid f-NaYF :Gd(50%)-NaYbF ;Tm(0.6%)-NaLuF,

NPs upon A=978 nm excitation.

Shell composition

Table 1. XRD analysis parameters of multishell NPs, grown on B-NaYF :Gd(50%) nanoseeds

Unit-cell parameters, A

1 B-NaYF,:Gd(50%) 0 a=6.004(1), c=3.540(1) 45
2 B-NaLuF,: Er(20%) 2 a=5.948(1), c=3.459(1) 6
3 B-NaVYbF, 8 a=5.951(5), c=3.469(3) 10
4 B-NaYF, 34 a=5.973(2), c=3.496(1) 19
5 B-NaYbF :Gd(40%)/Tm(1%) 69 a=5.984(3), c=3.508(2) 28

B-NaNdF, 121 a=6.036(1), c=3.550(1) 34
7 B-NaYF, 231 a=6.014(5), c=3.555(3) 42
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B3anmMocCBsA3b rpaHyIOMETPUIECKOTO COCTaBa MOPOIIKA
ATIOMUHUA CO CTPYKTYPHO-(a30BBIM COCTABOM M CBOIICTBAMU
nokpoitia Al O -AlN, (l)oleMpyeM(u)ro IIPU BO3JECTBUA
3NMEeKTPORYrOBOI a30THOM I/Ia3MbI*

W.C. Bonukos, I1.JI. Tlookyp, A.9. Mycnumos, M.X. [uoxues, M.B. nvuues, B.M. Kanesckuii

3yyeHa B3aMMOCBA3b PAHYNIOMETPUYECKOr0 COCTaBa MOPOLIKA allOMUHUA CO CTPYKTYPHO-(DA30BbIM
cocTaBom u cBoiicTBami nokpbiTusa ALO,~AIN, dopmupyemoro npu BO3AEACTBUAM 3NEKTPOAYTOBOW NiasMbl.
icnonb3oBanuch MNOPOLLKA antOMWHWA [BYX TUMOB: MWUKPOMOPOLIOK C pa3mepom 4HacTtul, ~20-120 MKM K
HaHONOPOLLOK ¢ pa3mepom HacTul, ~40-100 HM. OBHapYXEHO, 4TO MOKPbLITUS, NONYYEHHbIE 13 MUKPOMopoLLKa Al,
npeAcTaBnAT coboii arnomeparbl Ynuctoro Al ¢ BkpanneHuamu knactepos AIN u Al,O.N. [okpbiTua, nony4eHHble
n3 HaHomopotluka Al, cogepxar B cBoeit ocHose ALO, ¢ BkpanneHuamu arnomepatoB AIN, ALON, a Takxe
3aMeTHa gons Henpopearuposaswero Al. Mopdonorus noBepxHocT 06pa3L0B OTANYAETCA HEOAHOPOAHOCTHIO
M nopucTocTblo. B nmpouecce m3mepeHuss MUKPOTBEPAOCTM METOLOM WHAEHTMPOBAHWA Obina O6HapYXXeHa
Koppenauus ¢ nokanbHbIM (Pa30BbIM COCTAaBOM MOBEPXHOCTW. Hanbonbliueid MWUKPOTBEPAOCTbIO 06nagani
tasbl ALO, n AIN nopsaka 9.097+0.324 ITla n 17.800+0.674 ITla cooTBeTCTBEHHO. [0NY4eHHbIE PE3YNbTaTbl
[lEMOHCTPUPYIOT MepCneKTMBHOCTb HaHeceHus nokpbiTuii ALO,~AIN ¢ ucnonb3oBaHneM HU3KOTEMMEpaTypHOI

Nnasmbl ANs NOBbILLEHWUS SKCMyaTaLUOHHON CTONKOCTI CTaNlbHbIX KOHCTPYKLMIA.
Knto4eBble cnoBa: NoKpbITUS, HU3KOTEMMEPATYpHas Nna3ma, HUTPUAN3aLns, amoMUHINA, HUTPUL aOMUHNS,

9KCMIyaTaLOHHAsA CTONKOCTb, MHAEHTUPOBAHME.

*Paboma evimontera npu gunarcosoti nodoepicke PODH (npoexm Nel8-29-12099).

BBenenne

Oxcunntpup amomyays (AION), 671arogapsi CBOMM YHVKAITb-
HBIM CBOVICTBAM SIBJIACTCA JIMAVIPYIOIIVM MaTepyajioM B 00/1acTu
M3TOTOBJ/IEHVI CBEPXIIPOYHON IIPO3PAvYHON KepaMMKu ¥ uH(pa-
KpacHbIX obTeKarereit [1, 2]. HecMoTpst Ha mMerommiics MHOTO/IET-
HUM OIIBIT, KOMIYECTBO ny6nm<au1/n71, CBSI3aHHBIX C JIa/IbHEMIIM
ynydmenneM cBoricts AION, mocrosHHO yBenmmumBaeTca. B mo-
HaBIAoNeM OO/MBLUIMHCTBE paboT yfie/IeHO BHUMaHVe 00bEeMHBIM
U IVICHOYHBIM KepaMndecKuM MaTepuanaM Ha ocHoBe AION, opHa-
KO MHTepec npecTaBsioT u cnou (mokpbitust) AION. K npumepy,
IPOYHOCTHbIE XapaKTepucTuky HOKpeituit AION ncronb3yroTces
I TIOBBILIEHNSA SKCIUTYaTAIVIOHHOI CTOMKOCTM CIuaBoB [3]. Ha-
HeCeHNe TIOKPBITUII OKCMHUTPUJOB /TIIOMVHYA B [3] ocymecTssa-
JIOCh METOJIOM 9JIeKTPOIMTHO-IIIa3MeHHOI 00paboTku. JIpyroii
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METOVIKON (POPMMPOBAHNSA TTOKPBITHI
MOXKET CIY>KUTb METOJ] BBICOKOYAaCTOT-
HOT'O PacIIbl/IEHN MUIIEHY OKCHJQA alio-
MyHKA B atMocdepe aproHa u asora [4].
OpHako IpefCTaB/IAeTCs, YTO JMCIOIb30-
BaHJE HU3KOTEMIIEPATYPHOI IIIa3MbI 71
HaHEeCEHVsA TIOKPBITHI AB/IAETCA HEJOCTa-
TOYHO M3YYEHHOI METOVKOI. B OCHOB-
HOM 3TO CBA3aHO C TPYTHOCTBIO KOHTPOJIA
TeMIIepaTypbl 06pabOTKY U GONIBIIION Be-
POATHOCTBIO pa3pylleHysA obpasia Jaxe
IpM  KPaTKOBPEMEHHOM  BO3JIEJICTBUIL
IToMnMo 3TOTO, CyIjeCTBYeT IpobreMa
HEOJHOPOJHOCTH II/Ia3Mbl: BO3SHVMKHOBE-
Hl€ B IUIa3Me JIOKa/IbHBIX 9/IEKTPIYECKIX
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Ul MAaTHUTHBIX NIOJIEN, pas/dns B CKOPO-
crax guep¢ysum u apeiida 3MeKTpOHOB
U MIOHOB, 0Opa3oBaHue HeCKOMIIEHCUPO-
BaHHBIX J/IEKTPIIECKIIX 3aPSIOB.

Tem He MeHee, IpeAbIAYILIe HAIIN
uccnenoBanysA [5-7] IpoOgeMOHCTpUpO-
Ba/MM MEPCIeKTMBHOCTb IIPUMEHeHN
HI3KOTEMIIePATyPHOII IIa3Mbl KaK yHU-
KaJIbHOTO MeTOfa MOAMQUIVIPOBaHNUA
MOBEPXHOCTU MartepuasoB. B [8, 9] 6bun
paspaboTaH TreHepaToOp HM3KOTeMIIepa-
typHoit mmasmelr (I'HII), B paspsagaoM
MPOMEXYTKE KOTOPOTO CO3HAETCA BbI-
COKOSHT/IBIIMIIHBI IUIA3MEHHBII  TI0-
TOK pabO4NX ra3oB ¢ TEMIIEPATypaMu [0
10* K. I popMmpoBaHIA OKCUHUTPYA-
HBIX IIOKPBITIIT HEOOXOMIVIMO IIPOBEfIeHIe
mporecca 06pabOTKM B OTKPBITON OKIC-
JINTETIbHOM aTMoc(epe ¢ UCIIOTb30BaHNe
a30THOII IUTa3Mbl B KadecTBe pabovero
raza. O6paser; MOpOILIKA ATIOMUHUS B
JTAHHOM C/Ty4ae IOfJaeTCsA BMeCTe C TPaHC-
HOPTHUPYIOLIVM Ia30M B QaHOJHYIO YacTb
TeHepaTopa HM3KOTEMIIepaTyPHOI! IIa3-
MblL PaspaboraHHas METOAMKA IIPEICTaB-
JIAeTCA HEPCIeKTUBHON I CO3fIaHuA
MOKPBITIII HA OCHOBE OKCIHUTPUIOB Me-
TAJUIOB, B TOM 4VIC/Ie TIOMIHIA.

B nactoseit pabore ¢ UCIIONb-
30BaHMEM METOJOB PEeHTreHO(}a30BO-
TO U 3/IEMEHTHOTO aHA/INM30B, a TaKXe
METOIVIK PacTPOBOI 97IEKTPOHHON MU-
KPOCKOIINY ¥ HJEHTUPOBAHNA UCCIIe-
AYIOTCA B3aMMOCBA3b TPaHYIOMETPH-
YEeCKOTO COCTaBa MCXOJHOTO MOPOIIKA
Al co cBoTIcTBaMM HOKPBITHS CUCTEMBI
Al-O-N, ¢opmmpyemoro ¢ mpumeHe-
HMEM HM3KOTEMIIEpAaTyPHOI a30THOI
I/Ia3MBI 37IEKTPUYECKOI TYTY B OTKPBI-
Toit aTMocdepe.

Marepuanbl 1 METOMBI

B xauecTBe nccenyeMbIx 06pasLioB
VICTIONIb30BA/IUCh  TIOPOLIKM  a/TFOMIHUS
KOMMEPYECKOTO IIPOM3BOAICTBA MAapKI
OCH. JVcnonb3oBamuch MOPOLIKM MIU-
Kpo- 1 HaHOpa3MepoB. Iloporok aro-
MVHMS Pas/IMYHOl (PaKIUM MOfaBasICs
BMeCTe C TPAaHCIOPTUPYIOIIUM Ia30M B
aHOJ TeHepaTopa HUSKOTeMIIepaTypHOI
IUTa3Mbl IOCTOSIHHOTO TOKA JI/Is1 IUIa3MeH-
HOI 00paboTKM U ocaxaeHnst (pacxof
asora 1.5 /¢, TpaHCHIOPTHUPYIOLIETO ras3a

No 3-4 (123-124) nonb—nekabpb 2024 r.
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0.2 r/c, cwra Toka gyru 150 A). B kagecTBe mopyioykek MCIoIb30Ba-
nmch 06pasupr ctanmu mapkn P265GH.

Ha mepBoHayajpbHOM 3Talle IPOBOAWMINCH VICCIEROBAHMA
JICXOJHBIX TIOPOUIKOB METOJJaMI PACTPOBON 3/IEKTPOHHOI MM-
kpockormu (POM) u penrtrenodasosoro anHammsa (POA) mnc-
xopHOro nopouka. lanee metogamy POA 1 POM nposopunace
XapaKTepu3auys MOTyIeHHDbIX IOKPBITIUIL.

®a3o0Bblil cocTaB 00pasoB onpenernsu MetongoM POA Ha
HOPOIIKOBOM PeHTTeHOBCKOM fudpakromerpe X Pert Pro MPD
(Panalytical, Hupepnanppr). CheMKa IpOM3BOANIACH B TeOMe-
Tpuu 1o bperry — bpaHTaHO, Ipy KOMHATHOI TeMIIEpaType C Mc-
nonb3oBanneM meaHoro usnydenns (Cu-K =0.154 nm). [Inamna-
30H yroB 20=15-70; U=40 kB, I=40 MA. PacumdpoBka peHTre-
HOTPaMM OCYIIeCTB/ISIACh ¢ IoMolIbio mporpammbl HighScore
Plus, ¢ ucnionbzosanuem 6aspl ganubix ICSD PDFE

Ananus Mmopdonoruy 06pasIoB OCYIIeCTBIIAICS C UCIO/Ib-
3oBanuneM POM JCM-6000 Plus (Jeol, SImonmnst) co BCTpoeHHOI
s”eprogucrepcuonHoit (SIC) npucraskoit. CbeMKa IPOU3BO-
OMIACh B PeXMMe BTOPMYHBIX 37IEKTPOHOB IIPM YCKOPSIOLIEM
HanpspKeHuu B 15 kB. D/ieMeHTHBII aHanmu3 06pas1joB U KapTpu-
poBaHue nposoaynch MetofoM I/C, TakKe C MCIOIb30BaHM-
em JCM-6000 Plus.

Vsmepennss MMKPOTBEPHOCTM IPOBOAWIINCH METOMIOM
AMHAMITYECKOTO MHAleHTHpoBaHMsA [10] Ha ckaHMpyomeM Ha-
HotBepromepe «HanoCkan-3D» (TMCHYM, Poccus). s
Ka>XXKJOro M3MepeHusa Ipou3BOaunach cepusa us 280 MHIEHTOB
C pa3IM4HOI Harpyskoi B AmamasoHe 5-70 MH. JIna kaxpgoro
VHJeHTa BBIYMC/IANIOCh 3HAY€HNME TBEPAOCTY VI PACCIYNTBIBAIOCHh
cpenHee 3HAYEHMeE I IOTy4YeHHBIX MAaCCHBOB BHYTPU CEPUIL.

Pesynbrarel 1 06cyKaeHne

Metogom POM 6bmn oxapakTepu3OoBaHbl KaK JMCXOJHbBIE
nopouky Al MUKpOHHOTO U HaHO pasmepoB (puc. 1a,b), Tak u
MIOTyYeHHBbIEe MACCUBBI MUKPO- I HAHOKPVICTA/UIOB Ha TIOJIOX-
KaX 13 HEP>KaBEIOLEI CTaJIN.

20 MKM 100 um

Puc. 1. POM-u3sobpasxcerus ucxooHoix nopouikos Al muxpo- (a) u Hanopasmepos (b).

Ilo panHpIM POM cpemHmMii pasMep 4acTHUI] MCXOZHOIO
IIOpOIIKa MUKPOHHOTO pa3Mepa Al cocrasan ~20 MKM ¢ npu-
CYTCTBMEM KPYIIHBIX aIlloMepaToB pasMepamu o 120 Mxm. Ha-
HOIIOPOLIOK COCTOS/I M3 MAacCHMBOB HaHo4acTuIy Al, pasmepamn
40-100 um. Ha puc. 2 npepcraBnensr POM-usobpakenns u
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KapThl pacIpefie/ieHNs 97eMeHTOB IOKPBITHIL, MONTyYeHHbIX U3  OCHOBOII oOpasua sBysiercs Al c HesHa-
MUKpPO- ¥ HaHomopomkoB Al ITokpbiTue, IOTy4eHHOe M3 MU-  YNTEIbHBIMM BKPAIUICHMAMM YaCTHI]
kpornopomika Al, mpesictapseT co6oit criedenHblit ofHopoanbit  ALO,, a TaxKe KpaiitHe MajbIM Cofiep-
obpasery, 6e3 sIpKo BhIpa)KeHHBIX rpaHul 3eped. Ha POM-uso-  kanumeM N, paBHOMEpPHO pacIipefie/ieH-
OpakeHUM OTYET/IMBO BUJHO OIIAB/IEH)E OCAXKAAEMBIX MUKPO-  HBIM 10 o6pasiy. IIpucyrcrBue Fe kak
YacTHIl. ONIEMEHTHBI aHanMu3, BBINOMHEHHBII MeTomoM JJIC ~ Ha KapTe paclpefieieHus 31I€MEHTOB,
(mabn. 1), m KapTa pacupeyie/IeHNs 9/IeMEHTOB IIOKA3bIBAIOT, YTO  TAK M B pe3y/IbTAaTaX /leMEHTHOTO aHa-
7m3a OOBSACHACTCS HEOFHOPOZHOCTHIO
obpasiia, B pesyibraTe 4ero B psje 00-
JacTell BUAHA IOJJIOXKKA 13 HepPyKaBelo-
11ell CTasm.

O6paser; MOKpBITHS, BbIpalleH-
HBIII HA OCHOBe HaHomoOpoiika Al, Ha-
NPOTUB, B OCHOBHOM coctouT n3 AL O,
C He3HAUYNTE/IbHbIMU BKPAIUIEHUAMU
JacTHL 91CTOro Al, a Taxoke SApKO BbIpa-
JKEHHBIMI 3€PHAMM COEIVIHEHUI Ha OC-
Hose Al u N. O6macTy OIIOXKKIM TaK-
e HabmopaoTcsa. Ha POM-usobpaxe-
HUM OOHapyXKeHa IpeuMylleCTBeHHas
«c(epUIHOCTb» OCAXKMIEHHBIX YaCTMUII,
0e3 SIBHBIX IIPM3HAKOB OIIABJIEHIS.

WccnemoBanus  mMetogom  POA
HOPOM3BOAWIN B LEHTPATbHON 06/1acTn
HAHECEHHDBIX IIOKPbITMIL, I7ie MHTEHCHB-
HOCTb IOTOKA YaCTUI, IPU OCAXKACHUN

Puc. 2. POM-u3obpascenuss nokpvimutl, 6vlpauseHHblx HA 0CHo8e Mukpo- (a) u ObUIa MaKCUMaJIbHA. PesyanaTbI POA
nanonopowkos (b) Al, a maxwe kapmuvl pacnpedeneHuss NeMeHMO8 HOKPbIMULL,

BLIPAUYEHHDIX HA 0CHO8e MUKPO- (¢) U Hanonopouikos (d) Al.

npyBefieHbl Ha puc. 3. BupHo, 4to 06-
pas1ibl, IOTyYeHHbIE 3 MUKPOIIOPOIIKA
—— NOKPLITHE Al, MMeT BBICOKOVHTEHCUBHBIE MUK,
g Ha 0CHOBE HaHo- Al cooTHOCUMBIe ¢ (a3oil Ky6udeckoro
NOEPRITHE Al. SIpko BbIpa’KeHHBIE IIMKY MHBIX (a3
Ha ocHoe Mukpo- Al OTCYTCTBYIOT, U HaOJIIOfjaeTCsl JINIIDb He-
a Al CKOJIPKO MaJIOMHTEHCUBHBIX MNKOB AIN
. « ALO, u ALLON. O6paser, nomy4eHHbIil C VC-
5 0.75- s ALON  nonp3oBaHMeM HaHOMOPOIIKA, TMOKA3aT
= * « AIN NPUCYTCTBME 3HAYUTENTHLHOTO KONIMYe-
s crBa das: dasa yncroro Al, pom60az-
pudeckas dasa AL O,, nomyyaemas npu
BBICOKOJI TeMIlepaType WIN [jaBJIeHUM,
daza Hurpupa amromuuays (AIN) n crox-
Had (asa OKCMHUTPUJA ATIOMUHMA —
P, ALON, nomyyaemas peaxuueit ALO, n
15 20 25 30 35 40 45 S0 55 AIN B aTMocdepe a3oTa Ipy BBICOKOII
20, rpax. temmeparype [11].
PesynbraTbl M3MepeHMsI MUKPO-
Puc. 3. Penmeerozpammot 00pa3u08 nOKPoimutl, BbipaU4eHHbIX HA OCHOBE MUKPONOPOUKA TBEPOCTU 06P33HOB METOIOM WHJIEH-
Al - kpacHas nunus, Hanonopowka Al - uepHas AUHUS. TUPOBAHMA TOKASAMIH, UTO Y o6pa3u03
OTCYTCTBYeT efVMHOe 3HadeHIe MUKPO-
Tabnuua 1. Pesynvmamul anemeHmHo20 aHANU3A, 6bINOTHEHHO20 TBEPROCTH M HAGMIONAETCH HECKOMBKO

memooom IIIC .
MacCCMBOB IIOBTOPAEMbIX 3HAYE€HUV MU-
poremmorm T s pae 4 notasao
Ha ocHoBe Mukponopolika Al 92.20 5.64 0.17 1.98 OTHOIIIEHVe MHJEHTOB, MMEIOIMX 3Ha-
Ha ocHoBe Hanonopotuka Al 53.08 41.18 0.09 5.65 YeHVA MUKPOTBEPHOCTY, HAXORALIMECS

ol
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BHYTPU BBIIETICHHBIX MacCUBOB, OTHO-
CUTEIbHO OOIIEro Ymcaa MHIAeHToB. Tax,
3HaueHMsI MMKPOTBEPIOCTH ITOKPBITHUIA,
BbIpAIlleHHbIX Ha OCHOBE MUKPOIIOPOLI-
Ka Al, pacmpenensiincy Ha YeThIpe XO-
POIIO pasINyYMMble OCHOBHbIE TPYIIIIBL:

H=9.334+0.211 I'Tla, H=2.209+0.186 ITIa,

H=0.372+0.019 I'Tla u H=0.874+0.001 I'TIa.

MOXXHO HIPeIIONIOKUTD, YTO, YINTBIBAS

OTHOCHTE/IbHO PBIXJTYIO ¥ HECIIOIIHYIO

MOPQOJIOTrNI0 MOKPHITUIL (puc. 2), 9acTb

VHJIEHTOB HOTPYXXa/IIICh U3/IUIIHE ITy-

00KO, [0 MOBEPXHOCTU HeprKaBerolieit

cTam. DTO MPENIONOXKeHNe MOATBEp-

JK[JAeTCs Ha/IM41eM MacC/Ba MHJEHTOB,

MMEIIMX 3HAaYeHUs] MUKPOTBEPHO-

ctu H=2.209+0.186 I'Tla, uro cooTBeT-

CTBYeT MMKPOTBEPHIOCTM CTAIM MapKu

P265GH [12]. MaccuB nH/IeHTOB, 3Ha4e-

HUSL MUKPOTBEPHOCTU KOTOPBIX PaBHO

H=0.37240.019 I'TIa, cOOTBETCTBYET TeX-

Hydecky uncromy Al [13], koTopslit co-

CTaBJIA€T OCHOBY IOKPBITNA, BBIPAIIIEH-

HOTO 113 MUKpornopouika Al, mo pesyib-

taram PDA u I]IC-anammsoB. Maccus

MHJIEHTOB, UMEIOIUX 3HaUYeHUsI MUKPO-

tBeppocty H=9.334+0.211 I'lla, no-Bu-

mumomy, cootnocutcss ¢ ALO, [14],

HeOOo/pIle KIacTepbl KOTOPOTO IIPH-

CYTCTBYIOT B JJAHHOM HOKpbITHM. Mac-

CUB K€ VH[IEHTOB, MMEIOLINX 3HAYEHS

Mukporseppoctn H=0.874+0.001 ITIa,

IPUCYTCTBYeT B HeOOJIBIIOM KO/ude-

CTBe, BCEro 3.5% OT 06111er0 Komm4yecTBa

MHJIEHTOB 1 He VIMeeT IIPSIMOII IPUBSI3KI

K Kakoit-nmu6o dase.

3HavyeHUs1 MUKPOTBEPHOCTU IIO-

KpBITMII, BBIPAIL[EeHHBIX U3 HAHOIIO-

pouka Al, mokasanu pacripeneneHue Ha

IISTh MaCCUBOB:

1. MaccuB MHEHTOB, YUCTIO MUKPOTBEp-
noctu Koropbix H=9.097+0.324 TTla,
cootHocutcs ¢ dasoit Al O,. Komrae-
CTBO J[IAaHHBIX WMHIEHTOB COCTaBJISET
44.64% or 0oOLIero Komm4yecTBa MH-
IIEHTOB, TIOCKOJIbKY, KaK BMIHO IO pe-
symbraTamM POA u IJIC, nanHas ¢dasa
SBJISIETCSI OCHOBHOM /ISl JAHHOTO I10-
KPbITHSL.

2. MaccuB MHJIEHTOB, YMUCTIO MUKPOTBEp-
noctu Kortopeix H=2.030+0.174 TITIa,
COOTHOCUTCSI C  MUKPOTBEPHOCTHIO
crammm Mapku P265GH. Mopdomornsa
MIOKPBITUSL TaKXKe SIBJISETCS] HEOTHO-

No 3-4 (123-124) nonb—nekabpb 2024 r.
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POJHOIA, YTO IPUBOAUT K MI3MEPEHNIO MUKPOTBEPAIOCTH CTA/IN B
pAze cIydaes.

3. MaccuB  MHJIEHTOB, 4YHCIO MMKPOTBEPHOCTM KOTOPBIX
H=0.366+0.036 T'Tla, cooTHOoCcuTCst ¢ dasoit uncroro Al, He-
KOTOpO€ KOJIMYeCTBO KOTOPOro, 1o pesynpratam POA n 3]IC,
IPUCYTCTBYET B IIOKPBITUIL.

4. MaccuB  MHJEHTOB, YNCIO MMKPOTBEPHOCTVM  KOTOPBIX
H=17.800+0.674 I'Tla, cootHOCUTCsA ¢ asoit AIN [15], He3Ha-
YUTENbHOE KOMNYECTBO KOTOPOIT IIPUCYTCTBYET B 0Opasiie.

5. MaccuB  VMHJEHTOB, 4YHUCIO MUKPOTBEPHOCTM KOTOPBIX
H=0.967+0.052 I'Tla, KOTOpBIiT TaK>Xe, Ha MEPBBI B3I/IAJ, He
COOTBETCTBYeT HUKAKOil (a3e M TaKxke IPUCYTCTBYeT B 00-
pasiie IIOKPbITUA, BHIPAIIEHHOTO 113 MUKPOIOpoIIKa Al

[IaTpIil MAaccUB VHMIEHTOB, HPNCYTCTBYeT KaK B IIEPBOM
obpasiie, MOMTy4YeHHOM M3 MUKporopomka Al, Tak u BO BTO-
poM. Ymcra MMKPOTBEpHOCTM OTIMYAIOTCSA HE3HAYNTETBHO:

H=0.874%0.001 I'Tla mpotus H=0.967+0.052 I'Tla. 9T0 MO3BOMIAET

IIPeTIONOXNTD, YTO TU MACCUBBI IHIEHTOB MOTYT XapaKTepy30-

BaTh 4nco Mukpotseproctu dpaset ALO, N, KoTopas npucyrcrsy-

eT B o6oux obpasuax. V, B coorBeTcTBUM C pe3ynbraTamu POA,

y 06pasiia, HOTy4eHHOTro 13 HaHOMOpoIIKa Al, MacCuB MH/EHTOB,

COOTBETCTBYIOIINII 3TOMY YVC/I0 MUKPOTBEPHOCTH, Oorbiie. B -

Tepatype MUKpoTBepfiocTh (daspl ALO N He mpescTaBniena, Tak

KaK 113-32 MaJIOTO pa3Mepa YacCTHUI U3SMEPUThb UX MUKPOTBEPHOCTD

He yzanoch [16]. OgHaKo COBOKYIHOCTD pe3ynbraTtoB POA n mo-

BTOPSIEMOCTD Pe3y/IbTaTOB M3MEPeHNs MUKPOTBEPAOCTH AT OC-

HOBAHA IPEMIIIO/IAraTh, YTO JAHHBIN MACCHB MOXKET COOTBETCTBO-

BaTb uncmy Mukporseppoctu gpaser ALLON. [lns Tounoro orera

Ha JIaHHBII1 BOIIPOC TPeOYIOTCS OIOTHUTE/IbHBIE UCC/IEOBAHMA.

10,007 [ Tlaedl 324

BN 141967 [ Tandl 852
T14% I = 2030 [ 1t 174

I 10166 T Tlasdl, 036
H=17.808 | Ilas674

la I =0.344 T 1Taz0.201 ﬁ
L BN =057 11 ad. 00 1
=200 T Tlaed, 186

5% L% EH=0.372 I'Tlaz0.00%

16.T9%

BST%

T5.75%
I1.E6%

Puc. 4. Pacnpedenenue uHOeHMO08, UMEIOWUX KOHKDPemHble 3HAYEHUS  BeNUMUH
MUKPOMBEPIOCHIU, OMHOCUMENLHO 00U4Le20 HUCTA UHOEHINOB O7IS NOKPBIMULL, NOTYUEHHDIX
u3 muxponopowxa Al (a) u naronopowxa Al (b).

CoracHo TOTy4eHHbIM JJAHHBIM, CTPYKTYPHO-(a3oBbIi CO-
CTaB U CBOJCTBA IOKPBITUA CUIBHO 3aBUCUT OT TpaHy/IoMeTpude-
CKOT'0 COCTaBa MCXO/IHOTO NTOPOIIKa amoMuHusA. CKOpoCTb IIposieTa
vacTuiramu Al 30HBI ITa3MeHHOI 06paboTKy cocTasAeT ~40 M/c
1 3TO, C y4eTOM Pa3MepOB I MACChl YaCTULL, ABJIAETCS OIpeNeN0-
IVIMM [TApaMeTpaMy B IIpolieccax ux obpaborkn. Temneparypy,
KOTOPYIO IOCTUTAIOT YacTuibl Al IIpy mporeTe 30HbI IIa3MEHHO
06pabOoTKM, MO>KHO OLIEHUTD COTIACHO

— .F.
T = TO + (THa'{ - TO) ' exp( j_Mt) (1)

rae T — remneparypa actuipl, °C; T, — Temneparypa rasmsi, °C;
o .
T, - HadanbHas TemIiepaTypa Mukpoyactuty, °C; ¢ — BpeMs mpoe-
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Ta 9acTnL, C; F — MOBEPXHOCTb MUKPOYACTHII, M’ o — KO3 PUIIeHT
tertooraaun, Br/(m*K); ¢ — yzenpHas TeII0eMKOCTDb a/IFOMMHIIA,
x/(xr-K); M - Macca MMKPOYaCTHULL Q/TFOMUHUS, T.

PacueT B mpuOIIDKeHNN Hepearupyolux ¢ OKpy>Karoleit
Cpepoli YaCTHI] ATIOMIHIA TOKa3bIBAET, YTO OHM 33 BpeMs IIpo-
nera mporpesatoTcs He Bbime 1 000°C. Temmeparypa ucmape-
HUA amioMyHNA cocTaBsaeT 2 470°C. MoXHO yTBep>KIaThb, 4TO
IaXke ¢ y4eTOM pasMepHbIX ¢ ¢dekToB yacTunbsl Al B mpomecce
IIa3MeHHOIT 06paboTky He ucnapsitorcsa. OpHako Al ormnuaer-
Csl CPaBHMTE/IBHO HU3KOJ TeMIlepaTypoll IasneHna 660.3°C,
1 06paboTaHHbIE B I/Ia3Me YaCTHUIIBI YCIEBAIOT MIPOIIABUTHCS,
YaCTUYHO OKMCIUTDHCA 10 CBOEN IOBEPXHOCTY, a TAaKXKe BOVTHU
B PeaKIMIO C aKTUBHBIM a30TOM HU3KOTEMIIEPATYPHOI I/Ia3MBI.
910 oTYeTINBO HabIIOfaeTcs A Mukpodactur Al (puc. 2a,b).
Yro xapakTepHO, i1 06paboTaHHBIX HaHOYacTuI Al mporias-
JIeHVe TIPOMCXOANT He TaK aKTVBHO U B MEHbIIIel CTeIeHN, YTO
CBSI3aHO C UX OBICTPBIM OKMC/ICHMEM VM HUTPUAU3ALIMEl B MIOHN-
30BAHHOI II/Ia3Me 3/IEeKTPOAYLOBOIO paspsja. 3aMeTUM, 4TO
TeMIlepaTypa IIaBJIeHNA OKCUAA ¥ HUTpuAa amomunuA 2 072°C
n 2 200°C cOOTBETCTBEHHO.

Takum ob6pasom, manusie POM u POA mnoprBepxgam0T
B3aJIMOCB3b TI'PAaHYIOMETPUYECKOTO COCTaBa MCXOZHOIO IIO-
pouika Al ¢ ycmoBusMM ITa3MeHHON 06paboTKM, KOTOpasi, B
CBOIO OYepefb, OIpefensieT CTPYKTYpHO-(A30BBINI COCTaB I
CBOIICTBA MOKPBITHA cucTeMbl Al-O-N.

3akiaroueHne

Ji3ydyeHa B3aMMOCBA3b TI'PAaHY/IOMETPMYECKOrO COCTaBa IIO-
POIIKa ATIOMUHUA CO CTPYKTYPHO-(Da3OBBIM COCTaBOM M CBOJI-
crBamu nokpbitus Al O,~AIN, ¢popmupyemoro npu BospeiicTBim
97IeKTPOAYToBOil IUIasMbl. Vcnonb3oBamich mopomkn Al gByx
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The Relationship between the Particle Size Distribution
of Aluminum Powder and the Structural-Phase Composition
and Properties of the A1,O,—AIN Coating Formed
under the Influence of Electric Arc Nitrogen Plasma*

Ivan S. Volchkov Pavel L. Podkur
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The relationship between the particle size distribution of aluminum powder and the structural-phase
composition and properties of the Al,0.-AIN coating formed under the influence of electric arc plasma has been
studied. Two types of Al powders were used: micropowder with a particle size of ~20-120 pm and
nanopowder with a particle size of ~40-100 nm. It was found that coatings obtained from Al micropowder are
agglomerates of pure Al interspersed with AIN and Al,O.N clusters. Coatings obtained from Al nanopowder contain
AlL0, as a base interspersed with AIN and Al,O,N agglomerates, as well as a noticeable proportion of unreacted Al.
The surface morphology of the samples is heterogeneous and porous. In the process of measuring microhardness
using the indentation method, a correlation with the local phase composition of the surface was discovered. The
Al0, and AIN phases had the highest microhardness, about 9.097+0.324 GPa and 17.800+0.674 GPa, respectively.
The results obtained demonstrate the promise of applying Al,0,-AIN coatings using low-temperature plasma to
improve the service life of steel structures.

Keywords: coatings, low-temperature plasma, nitridation, aluminum, aluminum nitride, operational durability,
indentation.

*The work was financially supported by RFBR (project 19-29-08027).

Table 1. Results of elemental analysis performed by the HED method

Coating material Al, at% , at. [
Al micropowder coating 92.20 5.64 017 1.98
Al nanopowder coating 53.08 41.18 0.09 5.65

—
20 pm 100 nm

Fig. 1. SEM images of initial Al powders of (a) micron and (b) nano-sizes.
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1M pm THY pm

sAl s} «Fe =N

Fig. 2. SEM images of coatings grown on the basis of micro- (a) and nanopowders (b) Al, as well as maps of the distribution of elements of coatings grown
on the basis of micro- (c) and nanopowders (d) Al
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Fig. 3. X-ray diffraction patterns of coating samples grown on the basis of Al micropowder - red line, Al nanopowder — black line.

q | B H=9.344 GPax0.211 |L B H=9.097 GPax0.324
= B H=0.874 GPaz0.001 B H=0.967 GPax0.052
B H=2.209 GPa+0.186 7 14% B H=2.030 GPax0.174
3.5% 2.5% [EH=0.372 GPax0.019 B H=0.366 GPa+0.036

18,255 H=17.800 GPa+0.674

16.79%

8.57%

75.75%

22.86%

Fig. 4. Distribution of indents with specific microhardness values relative to the total number of indents for coatings obtained from Al micropowder (a) and
Al nanopowder (b).
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Vukancynuposanne pu6odmaBiHa B anbrmHaTHbIE
MMUKPOYaCTUIBI™

I1.B. Kpukynosa, T.B. bykpeesa, T.H. Ilannaesa

BkntoueHne pnbodnaBuHa B NOMMMEPHbIE YacTULbl ABSETCA NEPCNeKTUBHLIM HarnpasfieHnemM B 0651acTu
pa3paboTkn popM ero JOCTaBKM NPOSIOHTMPOBAHHOIO AeicTBuA. MonumopdHble popmbl pubodasnHa — tin B/C
1 TMN P — NHKaNCynMpoBaHbl B 4aCTWLbI anbriuHata Hatpus. Mpu BKIKYEHN B aNbriHATHYH MaTpuLy puéodasmH
06pasyer cgepuyecknme CPOCTKU KPWUCTaANmoB, obnaaatolux onyopecueHTHbIMU CBOMCTBaMW. KccnenoBaHue
BbICBOOOX/EHNA BeLLeCTBa M0OKa3ano MPOSIOHIMPOBAHHbIA XapakTep pennu3a [ 4acTul, 3arpy>KeHHbIX

pu6odnasuHom Tuna P.

KntoyeBble cnoBa: anbrMHaTHbIE YacTuLbl, pu6odnasmH, NPONOHIMPOBAHHOE BbICBOOOXAEHME.

*Paboma evimontera npu gunarcosoti nodoepycke PODH (npoexm Ne20-04-60357).

BBenmenne

Ha ceropnsmumii ienb ponb pubodnasuna (suramnsa B))
WIS TIOANEP)KAaHNA SKU3HENEATEIbHOCTY >KUBBIX OPraHM3MOB
HeocriopuMma. B cocrase ¢raBuH-KodepMeHTOB — Gr1aBMHMOHO-
Hykneoruzna (PMH) u ¢nasunapennuaunykneoruga (PAI) -
OH WUTpaeT BaXKHENIIYI0 pOlTb B OCHOBHOM MeTabOIMYecKOM
YTV KJIETKY, AB/IAETCA MPOMEKYTOYHBIM IIePEeHOCYMKOM 3JIeK-
TPOHOB ¥ IIPOTOHOB B [IbIXaTe/IbHOI L[eMN, @ TAKXKe YIaCTHIKOM
peaKunit OKMCIeHNS KUPHBIX KUCTIOT [1].

PubodnaByH Taxxe BBICTYNAeT OTINYHBIM IIPUPOIHBIM
dboToceHCMOMNMN3aTOPOM, KOTOPBI IIOJ, BO3ZEVICTBMEM CBeTa
IPOMU3BOAUT aKTVMBHBIE (POPMBI KUCIOPOJIA, BBI3bIBAs OKMCIIN-
TeNbHOE NOBPEX/ieHMe K/IeTOK U TKaHei1 [2]. Panee 6bU10 moka-
3aHO YCIEITHOe TPYMeHeHMe BUTaMIHa B, IpoTuB 3010THCTOrO
cragpmnokokka (MRSA), a pubodnaBuH NnpopeMOHCTPUPOBATT
BBICOKYI0 3¢ dexTnBHOCTD TpoTNB MRSA 1 cuHeprusm c pas-
MUYHBIMK aHTUOMOoTNKaMM [3]. OueHeHO 60MbIIIOE BIUsHUE PU-
6o¢naBuHa, aKTUBMPOBAHHOTO YIbTPadUONIEeTOBBIM CBETOM, Ha
pasnuunble (DENV 1-4) ceporniel Bupycos jenre [4]. Dddex-
TUBHOCTb BUTaMMHA B, mpu obmydyenun ynbTpaguoneToBbiM u
CUHVIM CBEeTOM Obl/Ia IIPOIEMOHCTPMPOBAHA /I IPOTUBOOIY-
xo7eBoii [5] u anTnb6akrepuanpHoi 3] Tepanun.

Knnunuyeckoe npumenenue pubodaBumHa B KadecTBe
npUpoRHOro GOTOCEHCUOMIN3AaTOPa OTPAaHMYEHO ¥U3-3a €ro
IJIOXOJ PacTBOPMMOCTU B BOJie U, KaK CIeCTBME, HU3KOM
6nonoctynHoct u dapmakoknHeTnkyu. PaHee Hamu Oblna
IpOJEeMOHCTpUpOBaHa (OTOCEHCUOUNMM3UPYIOLIas aKTUB-
HOCTb BopmopacTBopuMbix ®MH u MX mpomsBOAHOrO, CUH-
Te3MPOBAHHOTO IIyTeM KOHBIOTAIINY C NOTMITUICHITINKOIEM
II0 OTHOLIEHMIO KaK K IPaMIIOJIOKUTEIbHBIM, TaK U K IpaM-
oTpunarenbHeiM Mukpoopranusmam npu a®T B ycrmoBuax

KPUKYHOBA

Monuna BagumoBHa
OHWL, «Kpuctannorpacus n
¢hoToHnka» PAH

BYKPEEBA

thoToHnka» PAH

TatbsiHa BnagumuposHa
OHWL, «Kpuctannorpacms n

in vitro [6]. B pabore [7] 6511 onncan
HOAXOJ, K IepeKPUCTaTIN3ALUN KOM-
Mepyeckoro pubodnaBuHa tMma A B
cierka runpodo6usit B/C-tun u Ho-
BYI0 TMAPOMWIbHYIO KpUCTajUInde-
ckywo ¢opMy, Ha3BaHHYI P-tumom.
Meron MopuduKanuyu KpUCTAIIOB
pubodmaBuHa, OCHOBAHHBI Ha Iepe-
KPUCTA/IN3aLMM U3 pa3baBIeHHOTO
I[e/IOYHOTO PacTBOpa, obecrednmBaeT
OecrpelefleHTHO BBICOKYIO PacTBOPU-
MOCTb B BOJie, flocTurammyio 23.5 r/.
Cremyer OTMETUTD, 4TO (papMaKoyo-
rmyeckass aKTMBHOCTb pubodraBmHa
B psfie CIy4aeB IPEBOCXOAUT aKTVB-
HOCTb €ro IIPOU3BOJHBIX [8].
3HayNMTeNbHOE IOBBIIIEHNE pac-
TBOPUMOCTHU pubo¢IaBuHa OTKPBIBAET
JOTIOTHUTE/IbHbIE TePCIIeKTUBBl 1A
VICCTIe[JOBAHMII €TI0 BK/IIOYEHVS B IO/~
MepHBIe HOCUTE/IN C LIeIbl0 pa3paboTKu
CPECTB JIOCTaBKM, 00eCIednBaroIIINX
IPOJIOHIMPOBAHHOE  BBICBOOOXK[IEHE
aKTMBHOTO KOMIIOHEeHTa. JIHKamncymm-
poBanHas popma pubodraBrHa MOXKET
HAJITV TIpYMEHeHNUe He TONbKO B Ouo-
MeJVILIMHCKMX HallpaBIeHNAX, HO U IPU
paspaboTKe 3aLIUTHBIX AHTMOAKTEPMU-
aJIbHBIX ITOKPBITWII, HAIIpUMep Ha IN-
IeBbIX IIPOU3BOACTBAX. DTO MOOYAUIO
Hac JCCIeOBaTh WMHKAICYIMPOBaHMe
pubodnasuna B/C-tmma u P-tmma B

NMAJIAEBA

Tatbsina HukonaesHa
®HNL, «Kpuctannorpadus n
thoToHnka» PAH
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MUKpPOYaCTUI[BI HA OCHOBE a/bTMHATa
HATpus, HONTydeHHbIe METOHNOM «BHY-
TPEHHero >KeNMMpoBaHMs». B pabore
nokasaHa 3QPeKTUBHOCTb MHKAIICY/IN-
poBaHusA 060ux TUIOB pubodIaBuHa B
HO/MMepHBbIe YacTUIBI, 00ecIednBaro-
I[ye IPOJIOHIMPOBAaHHOE BBICBOOOX je-
HII€ IIperapara

Marepuanbl 1 METOMIBI

Mamepuanvi

Pu6odnasun (PD), rumpoxcup
Hatpusg (NaOH), asorHas xwucnora
(HNO,), anprunar watpus (NaAlg),
xnopup, kanpuusa (CaCl) xareropum
«x.4.» mpomsBopcTBa Sigma-Aldrich
(CHIA). umetnncynbpoxcun (IMCO)
99% mnpoussoactBa Tymbckoir ¢apma-
nestudeckont ¢abpukn (Poccus). Bee
PacTBOPBI MPUTOTOBJIEHBI C WCIOJb-
30BaHMeM CBEPXYMCTON Bogmbl (Tum 1)
IIPOV3BEEHHO C UCIIOb30BaHNEM CU-
cremsl SimplicityUV (Merck Millipore,
Tepmanns). Bce xummyaeckne BejecTsa
UCTIONTb30BAIUCh 6€e3 JOMOTHUTENbHOIT
OYUCTKIA

Memoowvt

Hony‘le}me AJTbI'MHATHBIX Ya-
crun, ¢ pubéodnasuHom tnna B/C. 10
Mr prbo¢aBuHa pacTBOps/M B 1 M
0.1 M NaOH. Ilony4eHHBIII pacTBOp
CMellMBaau B cooTHomeHun 1:1 ¢ 2%
pacTBOpOM ajibITMHATa HATpuUA U BBO-
AWMU C TIOMOIIBIO Jl03aTopa B 00beMe
2 wmm 10 mxn B 0.5% pacteop CaCl,.
ITocne dopmMmpoBaHMA YaCTULBI IIPO-
MBIBa/IY BOZOI ¥ CYHIN/IN TNOPUIBHO.

Hony‘le}me AJIbI'MHATHBIX Ya-
ctun, ¢ pu6odpmasuHom Tima P. 5 mr
pubodmaBnua P-tuma pacrsopsamm B 1
M1 2% pacTBOpa anbIrMHaTa HaTpuA. 3a-
TeM 2 vy 10 MKJI ITO/Ty4eHHOT O pacTBO-
pa po6asnsami B 0.5% pacrsop CaCl.
CdopmupoBaHHbBle YaCTUIBI MPOMBI-
Ba/IM BOJOM M CYIIVIN TMO(DUIBHO.

JInodunpuas cymxka. [lepen mo-
GUIBHOII CYIIKOIT 06pa3Lbl 3aMOPAKN-
Baan B XOJIOAVJIbHMKE IIpN TeMIIEpa-
Type -22°C. Ilpouecc muodunmmsannn
npoBoawy Ha mpubope Labconco Free
Zone 1 pu temneparype —50°C u gas-
neHumn oxorno 2 Ila.
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OnTmyeckasa MuUKpockonudA. [lepBu4nHyo XapakTepucTu-
Ky MOp¢O/Iorunu 1 1iBeTa IMOMy4eHHBIX 00pa31ioB IPOBOAVIINA Ha
ontnyeckoM Mukpockone Nikon Eclipse E200 (Amonms) ¢ mc-
nonb3oBanueM o6bpektysa E Plan 10x/0.25.

KondokanpHas masepHas CKaHMPYIOIASA MIKPOCKOIIA
(KIICM).

Onrtuyeckue n300pa>keHNss MUKPOCTPYKTYpP MOMyYaIn C
HIOMOLIIBI0 CHCTeMbI KOH(POKa/IbHOTO cKaHupoBauus Leica TCS
SP (Leica, Tepmanus).

CkaHupyomas 31eKTpoHHasg MMKpockomusa (CIOM).
COM-usobpakeHus: 06pasLoB IOIyYaay C IIOMOIIBIO CKaHIU-
pYIOILIEero 91eKTpOHHOro Mukpockorna JCM-6000 Plus NeoScope
(JEOL, Anonnsa) npu yckopsiomeM HanpspkeHnn 10/15kB B pe-
JKVIMe BTOPMYHBIX 9/IeKTPOHOB.

MccnegoBanne BbicBOOOKIeHNs1 pubodnaBuHa. Anbru-
HaTHYyI0 Yactuny ob6vemom 10 Mk (0.05 mr) gobasssanu K 1 M
AUCTWUIMpoBaHHOM Bomel (pH 5). VlccnemoBaHme mpoBopu-
JIOCB C MICIIO/Ib30BaHMeM IUTaHIIeTHOTO miefikepa Miulab ST70-2
(Hangzhou Miu Instruments Co., Ltd., Knraii), pactBop us my-
HOK OTOMpanu 4epe3 OIpeJe/ieHHbIe IIPOMEXYTKI BPEMEHU U
aHanusupoBamu Ha crekrpogoromerpe Perkin Elmer Lambda
650 B nnanasoHe anuH BonH oT 200 1o 700 uM. KoHuenTpanun
3TUX 0OPasIOB OIpee/sIN C ITOMOIIbI0 KaTMOPOBOYHBIX IIPsi-
MbIX. Bce m3MepeHns nmpoBOAINCh Ipy KOMHATHON TeMIlepa-

Type.
PesynbraThl

[l monmydeHNA anbIMHATHBIX YacTUI], 3arpy’KeHHBIX
pubodnasunom (Pd), 6pIIM MCCIETOBAHBL IBe €0 KPUCTANI-
naeckue Mopudukannuy, a umernHo tum B/C u tun P. B nep-
BOM CJIy4ae MCIOIb30BaHMe KOMMep4yeckoro Pd B menoynom
pacTBOpe MPUBOAUT K KPUCTA/IM3ALUY CTTabOPACTBOPUMOroO
B Bofie pribodnaBuHa Tuna B/C. Bo BTopom ciydae MbI 3arpy-
KaJu TO/Ty4eHHbI paHee rUApoPuUIbHbI pubodIaBuH THIa
P B pacTBOp anbpruHaTa, 4TO He TPeOOBANIO MCIOIb30BAHNUSA
111e/I0OYHOTO pacTBOpa.

[Tony4eHHble YaCTUIBI MMEIOT CJIerkKa HeIpaBUIbHYIO
cepudeckyio ¢popmy (puc. 1) BCIeACTBME TOTO, YTO a/lbIU-
HATHBINl PacTBOP BBOAWJICSA BPYYHYIO C IIOMOIIBIO J03aTOpA.
ITo Mepe TOTO Kak a/IbIMHAT TepsieT BOAY, 00pasytorcs chepu-
JecKue CPOCTKY KpUCTa/IoB pubodaasuHa. PacueTHOE KOMN-
yecTBO pubodaBuHa Ha OfHY YacTuly cocrasisier 0.05 Mr,
IIPY 9TOM B IIpOIecce MOAMMepPU3aLUN HeKOTOpasd YacTb pU-
6odmasnHa BrICBOOOXK/amach B 06beM pacTsopa CaCl, n mpn
IIPOMBIBKE B BOJE.

Wccneposanusa metogoM COM IpOmeMOHCTPUPOBAIH, YTO
JacTUIBI 00/IAAIOT IIEPOXOBATOI IOBEPXHOCTBIO, MX pasMep us-
MeHseTcA B rnpegenax ot 500 o 900 mxM. IlomydeHHbIE YaCTHIIBI
XapaKTepM3yITCsA KaK MOYTY C(hepruecKoli, TaK M HelIPaBUIbHOM
(dbopMam1, YTO CBA3AHO C YCAMIKOIA TeJIs IIPM CYIIKeE B YCTIOBMAX Ba-
KyyMa (puc. 2). XoTs Ha 1300pa)KeHIAX, IOTyIeHHBIX Ha ONTIYe-
CKOM MMKPOCKOIIE, OTYET/IBO BUJHBI KPUCTA/IbI prb0o¢IaBuHa,
Ha CKaHMPYIOIIeM 9TeKTPOHHOM MMKPOCKOIE MbI He MOXKeM VX
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Puc. 1. JVI306paxceHus anveuHamuolx 4acmuy, ¢ pubo@rasuHoMm, nomydeHHvie HA
ONMUUECKOM MUKPOCKONE: a-b — anveuHamuas 4acmuyd, 3a2pymeHHas KoMMepUecKum
pubogpnasurom (cpasy nocne cunmesa u cnycms 5 OHeil coomeemcmeenHo); c-d -
Anb2UHAMHASL Yacmuua ¢ pubograsurnom muna P (cpasy nocne cunmesa u cnycms 5 OHetl
coomeemcmeenHo).

Puc. 2. COM-u306pascenus anveuHamHotl 4acmuibl, 3azpyxceHoti pubopnasurom B/C-
(a) u P-muna (b).

A

Puc. 3. V306paxcenus anveunammolx wacmuy, ¢ pubopnasurnom muna B/C (a) u muna P
(b), nonyuennvie npu ob6pabomxe cmexa u3o0pasicenuii KOHPOKANLHOU PyopecyeHmHOl
Mmuxpockonuu (ckaHuposarue no ocu z).

yBI/II[eTb, HOCKO}II)KY CPOCTKM HAXOATCA
BHyTpI/I AJIBTMTHATHOT' O T'€JIA.

Pe3ynbpraTbl KOH(OKA/TbHBIX WC-
C/Ie[IOBAHMIT TOATBEP)KJAIOT ONTHUYe-
ckre Habmomenus. Yactuuel, 3sarpy-
JKeHHbIe pr60odIaBMHOM IOBYX TUIIOB,
IeMOHCTPUPYIOT (GIYOPECLeHINI0 P
BO30Y)KJEHUN JMOSHBIM JIa3epoM C
mmHOM BonmHBI 450 HM (puc. 3). Hamn
OBIIO IPOBEEHO CKAHMPOBAHIIE TI0 OCU
Z, I C ICTIO/Ib30BAHMEM IPOTPaMMHOTO
obecrieyennsa LAS-X 6buto momydeHo
nzoOpakeHme vactui; B obbveme. Pu-
00QaBUH KPUCTA/UIU3YEeTCS B BUJE
cepuuecknx cpactanuit (puc. 3b) u
pacrpenensieTcss y IMOBEPXHOCTU Tesis
(puc. 3a), TakKe HEKOTOpoe KOmmde-
CTBO BellleCTBAa CYILECTBYeT B aMopg-
Hol popme.

Ianee GBIIO MCCIIENOBAHO BbHICBO-
6oxgenne pubodnaBuHa U3 IaCTUI] B
BOJie [TV KOMHATHOII TeMreparype. Kak
BupiHO 13 rpaduka (puc. 4), B ciaydae
C 4YacTunammu, Sarpy)KeHHbIMI/I TUIIOM
B/C, pubodnaBun BbICBOOOXKAETCS
IIPAKTUYIECKM TOJIbKO B IIE€PBbIE MUHY-
TBI MHKyOarym. [Tpy 9TOM KONMmdecTBO
BBIIIIE/IIIIETO B PAacTBOP BEIIECTBA CO-
crasuno 0.012 Mr/mi - 3TO IpUMepHO
25% OT MCXOFHONM KOHIIEHTpalluM pu-
6odmaBnHa B pacTBOpE a/IbIMHATA.

YacTunpl, sarpy>keHHble TUIIOM P,
[IeMOHCTPUPYIOT IIPOJIOHIMPOBAHHBII
XapakTep BBICBOOOXK/EHNUsI BeIECTBa,
Ipy 9TOM BBIXOZ pubodaBuHa Impu-
6mmkaerca K 40% OT MCXOZHONM KOH-
LEeHTpaluMM B pacTBOpE ajbrMHaATa U
cocrapinAeT npumepHo 0.018 mMr/mi.

3akiaroueHne

Pubo¢naBun AByX HOMMMOP(HBIX
MOAM(UKALNIT YCIIENTHO MHKAIICYINPO-
BaH B JIbIVHATHbBIe YacTULbL IIpy nc-
IapeHN PacTBOPUTENsE B 00beMe Tesis
dbopMupyoTcs cheprdecKre CpOCTKI
KpUCTa/UIOB  pubo(draBuHa, 4YTO IIOA-
TBEP)KHAETCS JJAHHBIMY ONTUYECKON 1
KOH(OKA/IbHOI J/1a3epHOM CKaHUPYIO-
et MUKpockonvn. JInopwbHasa cymr-
Ka 3aTpyfHseT oOpasoBaHMe KPUCTas-
mmaeckux GopM pubodraBrHa BHYTPU
HO/IMMEPHOIT MaTpuipl. Takum o6pa-
30M, ITOKa3aHa BO3MOXKHOCTD B/IVATH Ha
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dasoBeIit cocTaB pubodmaBuHa 3a cyet
Pa3MMYHBIX METONOB CYyIIKM. JacTHIIbI,
3arpy>keHHble pubodmaBuHOM THma P,
IeMOHCTPMPYIOT  IIPOJIOHTMPOBAHHOE
BBICBOOOXK/IEHNE BEI|eCTBA, B TO BPeMs
Kak it B/C BbICBOOOXKIaeTCsI B IiepBbIe
MMHYTBI MHKy6arym. [ToMnmo artoro, o
IIpeBAPUTEIbHON OIleHKe, KOHIIeHTpa-
uust pubodmaBuHa Tia P B ajpruHaT-
HBIX YacTMLaX OOJbllle N0 CPaBHEHUIO
¢ Tuniom B/C. Paspaborannas cucrema
IIPOJIOHTVPOBAHHOTO JEVICTBUA B BIUJE
VHKAIICY/IPOBAaHHOJ B  aJIbIVHATHbBIE
JaCTHUIIBI TUAPOQPUILHON IIPOU3BOTHOI
pubodmaBrHa MOXET CTaThb IepCIeK-
TUBHOM OCHOBOI CO3JaHNsl HOBBIX JIe-
KapCTBEHHBIX (OPM 1 aHTHOAKTepIaIb-
HBIX IIOKPBITHIA.
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Abstract

Tatiana N. Pallaeva
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The encapsulation of riboflavin in polymer particles is a promising direction in the development of long-acting
forms of riboflavin delivery. Polymorphic forms of riboflavin — type B/C and type P — are encapsulated in sodium
alginate particles. When incorporated into an alginate matrix, riboflavin forms spherical agglomerates of crystals
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with fluorescent properties. A release study showed a prolonged release pattern for particles loaded with type P
riboflavin.
Keywords: alginate particles, riboflavin, sustained release.

*The work was financially supported by RFBR (project 20-04-60357).

Images

Fig. 1. Optical microscope images of alginate particles loaded with riboflavin: a-b - alginate particle loaded with commercial riboflavin (immediately after
synthesis and 5 days after, respectively); c-d - alginate particle loaded with P type riboflavin (immediately after synthesis and 5 days after, respectively).

Fig. 3. Images of alginate particles loaded with B/C type riboflavin (a) and P type riboflavin (b) obtained from confocal fluorescence microscopy image stack
processing (z-axis scan).
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Fig. 4. Release study of B/C- and P-type riboflavin in water at room temperature.
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ITnockomapannenbHble YK MUKpPOOObeMa
UL ICCTIEOBAHUA CTPYKTYPbI PACTBOPOB OMOOpTraHNYeCKIX,
CIJIBHO IIOTITIOIANOIINX U ¢1a60 paccenBaromnx 0O beKTOB
Ha cranuuu «bnoMYP» Kyp4aroBCcKOro ncroyHmka
CHUHXPOTPOHHOI'O U3/Ty4eHA™

A.E. Cyxanos, B.B. Bonkos, M.A. Mapuenkosa, 11.B. Konapes, C.IO. Ilaynv, I.C. Ilemepc,
IO.B. Hucapescxuti, C.B. Yanex, B.A. ITuwxos, A.B. Conoamos, M.B. Kosanvuyx

PaspaboTaHbl U CO34aHbl A4ENKM MUKPOOOBLEMA AN18 MCCNEef0BaHMS CTPYKTYPbl PacTBOPOB METOA0M
MYPP ¢ ucnonb3oBaHneM CUHXPOTPOHHOTO M3NyvyeHus. A4venku anpobuposaHbl Ha crtaHumm «buoMYP»
Kyp4aToBCKOro MCTOYHWUKA CUHXPOTPOHHOrO U3ny4eHus. poBeaeH CPaBHUTENbHbIA aHannW3 [ABYMEPHbIX
KapTWH ManoyrioBoro paccesiHus OT CTAHAAPTHOrO Kanwnnsipa v OT pa3paboTaHHbIX f4eeK, NoKa3asLUUi
CYLLECTBEHHOE YIYYLUEHNE Ka4yecTBa 3KCNepuMeHTaNbHbIX AaHHbIX MYPP 6e3 Heo6X0ANMOCTU YCNOXHEHUS
npoueaypbl 06paboTKKU JaHHbIX NPX UCMNOMb30BAHUM fYeeK BMECTO Kanunnsapos. okazaHa BO3MOXHOCTb
KccnenoBaHus CUbHO MOrnoLlarwmx 1 cnabo pacceuBarolmux 06pa3LoB, a TakKXe AWHAMUKU KPUBLIX
paccesHusa MYPP gns pacTBopos.

Kntoyesble cnosa: CUHXPOTPOHHOE W3JTy4eHKe, MarnoyrioBoe peHTreHoBckoe paccesHue (MYPP), nusouum,
anrngpodpocdar kanus (KDP), pacTBop, HacblLLgHKe.

*Paboma svinonnena npu gunancosoil noodepicke PODU (npoexm Nel9-29-12042).
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BBenenne

VsydeHne CTPYKTypbl OeNIKOBBIX
pPacTBOPOB  METOJOM  MaJIOyITIOBOTO
peHTreHoBcKoro paccesinus (MYPP)
MO3BOJISIET ~ M3YYUTh  OCOOEHHOCTH
B3aMMO/IVICTBIS O€TIKOB APYT C APYTOM
U C IPYTUMMM OpPTaHNYIeCKMMI ¥ Heopra-
HIYEeCKVMI KOMIIOHEHTaMM, Y4aCTBYIO-
LIVMM B OMOTIOTMYECKUX IIPOLleccax.

OOBIYHO /I TIPOBEfIEHNsSI M3Me-
penuit metogoM MYPP ncnonbsyrorcsa
IpOTOYHBIE [1] MM 3aKphITBIE C OIHO-
ro KOHIa [2] KBapleBble KaNMULAPHI.
[Ipu rOpM3OHTATILHOM PACIONIOXKEHUN
KallWUIsIpa €ro BEPXHSS M HIDKHSIA
CTEHKM PabOTAIOT KaK 3/IEMEHThI PEHT-
T€HOBCKOM ONTUKYU C OTPUIATENTbHBIM
IOKa3areneM IIperloMneHns 1 dddek-
TOM TIIOJTHOTO BHEIIHEr0 OTpPa)KeHUs
paccesaHHOrO B BO3NyXe u3aydeHud. B
pe3y/bTaTe HETEKTOP KOHIEHTPUPYeT
B BEPTUKA/TbHOM HAaIlPaBIeHUN C/TabbIit
OpEeOJI pacCessHHOTO B BO3JIyXe M3/Tyde-
HUS, @ B TOPU3OHTA/IBHOM HaIpasiie-
Huu 970T 3¢ dexT 3aHnMMaeT 6OIbIINIT
yrIoBoil nmamasoH. TakuMm o6pasom,
LUINHAPUYECKUI KalWUISP TIPUBOIUT
K AaHM3OMETPUYHON KapTMHE pacces-
HVS, U3MepsieMOll JBYMEpPHbIM JeTeK-
topoM. KrioBeTsl ¢ IIOCKOMapasienb-
HBIMU CTEHKaMU CBOOOJIHBI OT 3TUX He-
>kenarenbHbIX 9¢dektoB. Kpome Toro,
UCIIO/Ib30BaHME MHOTOPA30BBIX KIOBET
M03BO/ISIET COKPATUTD PACXOJ, OfHOpaA-
30BBIX MaTepuanoB. II1oCKme saeiikn
MO3BOJISIIOT PaboTaTh C OONMBIINMIU Ce-
YeHMSAMMU ITy4Ka, 4TO MHOTAA TpeOyeTcs
IS pajMaIiOHHO-4yBCTBUTETbHBIX
o6pasuoB. Kpome Toro, oHu 1mosBoss-
I0T JIETKO KOHTPOJIMPOBATbh TOJIIIVMHY
06pasia, 4T0 O0YeHb BAXHO I CUJIb-
HO TOrIomaIXx 06bekToB. Ha pas-
JINYHBIX 3apYOEXHBIX CHHXPOTPOHAX
ObIIO pa3pabOTaHO HECKOIbKO THUIIOB
IVIOCKMX si9eeK [3-6]. B ciyyae maHHBIX
A49eeK [3-6] cyljecTByeT orpaHuYeHIe,
CBSI3aHHOE C Te€M, YTO OHM UMEIOT OffHY
U3MEPUTEIBHYIO IIOTOCTb.

Jlnd usydeHMs CTPYKTypbl pas-
JINIHBIX OOBEKTOB METOIZAMU paccesi-
HUSL CUHXPOTPOHHOTO ¥ HENTPOHHOTO
(MYPH) wnsny4eHMss MOXKHO IIpVMIMe-
HATb MUKPOQIIIONIHBIE YCTPOICTBA —
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KaK [/ M3y4eHUs HEIOCPESCTBEHHO B3aMMOJIEICTBUIT MAaKPO-
MOJIeKyn [7, 8] 1 PpyHKUMOHANTBHO 3HAYVMMBIX IBVDKEHMI TOMe-
HOB B HUX [9], TaK ¥ [/I1 MEXaHU3MOB U KMHETUKI BO BpeMs
reHepaluy caMoOCOOMPAIOIUXCsA HAHOCTPYKTyp [10-13], Mme-
XaHM3MOB 3apOJbIIIe00Pa30BaHNUA U POCTa KPUCTA/IOB [14] u
np. CyliecTByeT JOCTaTOYHO MHOTO pabor [15, 16], 060cHOBBI-
BAIOIINX UCIIONIb30BaHMEe MUKPO(IIONAHBIX sS4eek mus1 MYPP-
MYPH-uccnenoBannii CTpykTyp B pactBopax. Jacro atu sA4eii-
KU paspabaTbIBAlOTCS M ONTUMUSUPYIOTCS AJIs1 KOHKPETHBIX
cny4aeB. Hanpumep, B pabore [17] mokasaHa si4erika ajis usyde-
HYISL TMIMAHOTO 0OMeHa MeXX/1y HaHOYaCTUIL[AMI LIITpeMa 1 MU-
LIe/UIIPHBIMM PacTBOPaMU 9TAHONA, a B pabore [18] nuHaMumka
monekyn ITAB B pactBope nsy4yaerca merogamu MYPP, muxpo-
CKOIIUU M PEOJIOTUIL.

B Hacrosieil paboTe OMNCHIBAIOTCS pa3pabOTaHHbIE KOH-
CTPYKLMM si4eeK MMKPOOOBeMa I VICCIEOBAaHNUII CTPYKTYpBI
pactBopoB MeTofoM MYPP, oTuaronyxcst TUIOM IOAK/ITIOUEeHNA
BXOJJHBIX TPyOOK, TeoMeTpuelt pesepByapa iisi 06pasija 1 HaIudum-
€M/OTCYTCTBMEM CMeIIBaTe/I KOMIIOHEHTOB pacTBOPA I JIOBYIII-
KU JI/IS1 ITy3bIPbKOB BO3/lyXa. YCTAHOBJ/IEHbI KPUTIYECKN BasKHDBIE 1
OIIL[VIOHA/IbHbIE 9/IEMEHTHI sTYeeK L1 0OecIedeHns ee paboThl.

PaccMOTpeHbI 0COOEHHOCTY [IBYMEPHBIX PEHTT€HOTPAMM I
IIpOBEIEHO CPaBHEHNE YPOBHA CUTHa/IA B JaHHBIX MY PP ot pac-
TBOpOB Genka musonnma u KH PO, ¢ ncnonbsopanueM miocko-
Iapa/UIe/IbHBIX SYeeK U B CTAHAAPTHOM KBapLieBOM KaIULApe.
ITpomeMOHCTpUpPOBAHO CyILIeCTBEHHOE Y/IydlleHMe KadecTBa
curHana B faHHbIX MYPP 1 moBblieHne HaJe>XHOCTU Pe3YIib-
TaTOB AHA/IN3A.

Marepuanbl 1 METONBI

O6pasuvt

Kpucranmsr gurnppodocdara kamsa (KDP, KH, PO,) 6brm
BoIpaleHsl B VHcTutyTte Kpucramtorpapum (Kommaekc xpu-
craypiorpadun u poronnku HUI] «KypuaroBcknit MHCTUTYT»).
Hanee mnsa ompepmeneHMst CTPYKTYpPbl KpUCTA/UIM3ALVIOHHOTO
pactBopa 6bu1 purotoByeH BoxgHbIl pactBop KDP ¢ KoHIeH-
tpanueit 501 mr/mm Ha ocHoBe ympTpauncroit Boxgsl Millipore
(18 MOwm-cm). TemmepaTypa HacblIeHNMS JAHHOTO PacTBOpa
cocrasisier 60°C [19]. PactBop KDP HarpeBascst u BbIepXKU-
Bascsa npu 95°C [0 NOMHOTO PacTBOpeHMA KpUCTA/IOB. [l
TOTO YTOOBI U36€XKaThb IIOBTOPHOII KPUCTA/IIN3ALINY BCIECTBE
M3MEHEHNs TeMIIepaTypbl B IIpoLjecce 3arpy3Ky pacTBopa B U3-
MepUTENbHBI 00beM, MCCIeyeMblit 00paser] BhIIep>KUBANICS B
TepMocTaTupyeMoM obbeMe mpu Temieparype 90°C B TedeHne
2 4. 3aTeM TeMIlepaTypa 06pasija IVIABHO CHIDKA/IACh [0 TeMIIe-
patyps1 2°C.

Taxoke MPOBOAM/IN UCHBITAHMA HAa KPUCTA/IM3ALVOHHDBIX
pacTBOpax MM30LuMa (B yC/IOBUAX POCTA TeTPArOHA/IbHON CUH-
roHyn). JIy1s1 3TOro OAMH KaHA/I SYeVIKY 3alOTHAIM PAaCTBOPOM
JM30LMMA, BTOPOIl — OCajuTeNlsd, TPETUN — HaTpUii-alleTaTHO-
ro Oydepa. [l 3arpy3kn pacTBOPOB B KaHAJIbl MCIIONb30BAJIN
LINpHUIeBble HACOCDHI, OFHOPA30Bble IUIACTMKOBBbIE IIIIPUIIBI I
PEEK Tpy0xmn.
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Ilist mpuroroBleHyst 00pasLOB  VICIIONB30BAIN  OYMIIEH-
HBII ymm3onmM u3 KypuHoro siima (HEWL) ¢upmbr Sigma
(CAS#12650-88-3) 6e3 [ONMOMHUTEIHLHON OYMCTKU M B KayecTBe
OCazMTeNs — XIOPYJ, HaTPMA C BBICOKVMM KITACCOM UMCTOTHI (yp-
mbl Helicon (CAS#7647-14-5). B kadectBe pactBOpmTens Obuia
JCIIO/Ib30BaHa ybTpadncras Bofa Millipore (18 MOM-cm). JInso-
LM U XJIOpUJ, HaTpys pactBopsum B 0.2 M Harpuit-arieTaTHOM Oy-
depe (manee 6ydpep) c pH=4.5 pupmer Helicon (CAS#6131-90-4).
Bce pacTBOpBI GUIBTPOBA/IY C HOMOLIBIO MEMOPAHHBIX IITIPHLIE-
BbIX pubrpoB Millex ¢ pasmepom mop 0.22 MKM, a pacTBop beka
neHTpudyruposany B Tedenue 10 myH ¢ gacrorort 10 000 06./MuH.
KoHeuHble KOHI[eHTpalmy O€lKOBBIX pPacTBOPOB 1 OCauTe-
71 B 9KCIepUMeHTaX BapbyupoBamuch ot 0 go 80 mr/mi u ot 0 1o
25 MI/MJI COOTBETCTBEHHO.

Uzmepenus MYPP

Nsmepenna MYPP ocymectsisanu Ha cranuun «buoMYP»
KypuatoBckoro ncTouHnka cuHXpoTpoHHoro nsnydenns (HUI]
«KypuaroBckuit nHCTUTYT», MOCKBa, Poccus) [2]. Ilpumensam
MOHOXpPOMAaTH4€eCKOe U3JIydyeHne ¢ minHoi BonHbl 0.144 5 HM
(sHeprus usnydennus 8.58 kaB). PaccrostHne obpasen—eTeKTop
cocrapano 700 MM, 4TO COOTBETCTBOBAJIO YIJIOBOMY JUaIa30Hy
BeKkTOpa paccesnus s=0.1-6.0 um™!, re s=4nsin(0)/A, 20 - yron
paccestHMs, A — A/IMHA BOTHBI PEHTTE€HOBCKOTO U3/TyYeHN.

Memoouxa o6pabomxu dannvix MYPP

ITepBuyHas 06paboTKa 9KCIIEPUMEHTA/TbHBIX MaOyI/IO-
BBIX JAHHBIX, PaJMaIbHOE YCpefHEeHNe IIPOBOAMINCH C ITIOMO-
mpio mporpamMel FIT2D [20]. C ncnonp3oBaHmeM mporpaMMel
PRIMUS [21] us xpusbix paccesnusa pactsopos KH PO, n -
30II1IMa BBIYUTAJIOCHh paccessHIe pacTBopa pacTBopurens. Cpep-
HIii pajiyC MHepLIM YacTy R OLeHnBa/ICs 10 NPUGIIKEHIIO

" & =

Inube [22] M ¢ MOMOIIBIO HENPSIMOTO
¢bypbe-mipeobpazoBaHusa  IPOrpaMMOIL
GNOM [23].

I ompenenennsi 06bEMHBIX [10-
JIell  K/IaCTepOB-TIPEKYPCOPOB PacTBO-
pos musonuma u KDP ncnonbsosanach
nporpamma OLIGOMER [21]. Kpucran-
norpadudecKie MO OMUTOMEPHBIX
K/IaCTEPOB 00PasI[oM OBUIN TOCTPOEHBI
10 METOJVKE, ONMCaHHOI B [24]. Pacuer
TEOPETUYECKNX KPUBBIX OMUTOMEPHBIX
KOMIIOHEHTOB IIPOBOAVJICS C IOMOIIbIO
nporpammbsl CRYSOL [25].

Hepyxcamenv sueex

Hna nonydennsa xaptuHn MYPP c
UCIIONIb30BAHUEM sTYeeK MUKPOOOBeMa
Ha crannuu «buoMYP» KypuaToscko-
TO MCTOYHNKA CMHXPOTPOHHOTO W3JIy-
geana (HMI «KypyaToBckmit mHCTH-
TyT», MockBa, Poccust) Ob1 cipoekT-
POBaH U WM3TOTOBJIEH YHUBEPCA/TbHBII
mepxarenb (puc. 1) ¢ BO3MOXXHOCTBIO
HOJiiep)KaHNA 3aJaHHON TeMIIepaTyphL.

Hlepxarenp ¢ rabapUTHBIMK pas-
Mepamu 150x100x22 MM cocTrout us
TpeX 4YacTeil: OCHOBAaHMA, CUCTEMBI
CKAJIOK C OIOPHBIMM KPOHIITETHAMU U
TEMI00OMEHHOTO CTOIMKA.

OcnoBanue (1) BBITIOTHEHO 13 ATI0-

MUHMEBOTO CI/IaBa M COITIACOBAHO IO
IPUCOENVIHUTENbHBIM pasMepaM ¢ X-Y

Puc. 1. Yepmes (cneea u no yenmpy) u pomozpagus (cnpasa) depuamens MUKpoPoudHoL A4eiiku MOHOTUMHO020 MUna: 1 — 0CHOBaHUe; 2 — 3AHUMDL
cucmemvt ckanox; 3, 4 - cucmema ckanok; 5 — onopuie [-06pasHvle KpoHuimelinvl; 6 — CMONOPHbLe BUHMDBL 7 — MeNn000OMeHHbLI CHOJL.
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Kapetkoit craniyu «buoMYP». Ha 6o-
KOBbIe CTOPOHbBI OCHOBAHIA 3aKPEIUICHDI
XOMYTBHI (2) CHCTeMBI CKaJIOK, B BepXHell
YacTU IPeSyCMOTPEHBbI OTBEpCTUA LA
KpeIUIeHVIsI TEIVIO0OMEHHOTO CTOMNKA.

Cucrema ckamok (3, 4) mpepHa-
3Ha4YeHa I U3MeHeHUs U puKcaumm
HO/MOXKEHMsI ~ ONOPHBIX  [-006pasHbIX
KPOHIUTEHOB (5), Ha KOTOpbIe yCTa-
HAaB/IMBAETCA A4YeliKa IIPU COBMeEIeHNN
€e ONTUYECKOIT ocu ¢ ochlo myduka CI.
Jvana3oHbl peryJMpoBKN: IO HIMPUHE
KI0BeTbl 8-50 MM, II0 pacCTOAHUIO OT
HIDKHEro TOpLa SAYeilKM O OCH Iyd-
ka: 0-40 mm. Pukcauysa BBIOPaHHOTO
IIOJIOXKEHUA CUCTEMbI OCYILeCTB/IAETCA
cTonopHbeIMU BuHTaMu (5) ¢ pudnenn-
eM. 3a c4yeT TaKO¥ CUCTEMbI BUHTOB, I10-
3VIMOHNPYIOIINX AYeVIKy, HepKaTenb
MOYKHO MCIIO/Ib30BATh IS sI9eeK pas-
JVYHBIX Pa3MepOB.

Ten/m0OOMeHHBII CTONMMK pa3Me-
pamu 50x50 MM BBIIIOJIHEH U3 MEAU U
000pyHOBaH ABYyMs YIPYTUMM JTaMesis-
MU, C IIOMOMIbI0 KOTOPbIX OCYLIEeCTBIIA-
eTCsA IPVDKUM KIOBETBI K CTONMKY A/
YCTQaHOBKM HEOOXOAVMMO TeMIlepary-
PBI KICCTIERYEMOTO pacTBOpA B IIpoljecce
u3MepeHnit. B meHTpe cTonmka mpeny-
CMOTPEHO CKBO3HOE OTBEPCTHE iVaMe-
TpoM 4 MM g nydka CU. B crommxke
MIMeeTCs II0/I0CTD, B KOTOPOI IMPKY/IN-
pyeT OXJIaXAAoLas XUAKOCTD, IOfa-
Baemas TepmocraroM JulaboFP-89HL,
10 KaHa/jlaM BHYTpPU JIATYHHOIT IITaiiObI
C 00paTHOIT CTOPOHBI JiepyKaTerisl.

Nszomosnenue aueex

JInsa mpoBefieHMA M3MEPEHUI Ha
cranuyu  «bnoMYP» KypuaTosckoro
MCTOYHMKA CUHXPOTPOHHOTO U3JTyde-
HuA (HUI «KypuaToBCKuit MHCTUTYT»,
Mocksa, Poccus) 61 cipoexTposa-
HBI, M3TOTOBJIEHBI ¥ IIPOTECTUPOBAHBI
AYENIKN MUKPOOOBEMa, PasmiJaromiye-
CA TIO KO/MMYEeCTBY ¥ KOHPUIypanum

CTPYKTYPHASl [JMATHOCTUKA MATEPHANOB @ BECTHHK Pdrbi

BXOJHBIX KaHAJIOB, popMe pe3epByapa, MaTepuasy sieek 1 CIo-
co0Y MX M3TOTOBJIEHMA.

Aueiika Mukpoobvema ¢ ni0CKoNapannenvHoIMu OKHAMU

Sderixa mpencrasngeT co60it MHOTOCTIONHYIO CTPYKTYpy. C
BHEITHUX CTOPOH PACIIOaraioTCsA IJIACTVHBI U3 CTa/N C OTBEP-
CTUAMN JiI IPOXOXK/IEHNSI PeHTTeHOBCKOro manydeHns (puc. 1,
[26]). Mexy mlacTMHaMIU HaXOAWUTCS IVIEHKA U3 CITIOfIbI, KOTO-
pasi 3aKpbIBaeT OTBEPCTUs M CAYXXUT PEHTTEHOIPO3PadHbIMU
OKHaMM STYEIKM C ONTYMAaJIbHBIMU XapaKTepPUCTUKAMU (CM. pas-
men «Bvibop mamepuana okow»). TommmHa CIIOAAHBIX IJIEHOK
cocrapysiia 30 MKM, rmactuHsl Obitn u3rorosaeHsr mo FOCT
13750-88, mapka COB.

Mexly ABYM CIIOASHBIMU IIEHKAMM PacIIOIaraeTcs ele
OJJHA CTa/JbHaA IJIACTMHA, BbICOTA 3TOI IJIACTUHBI CO3JAeT He-
06X0aMMYI0 BBICOTY pe3epByapa obpasua. B pesepByapax mome-
MIAIOTCSA YIUVIOTHUTE/IbHBIE KO/bIA U3 (PTOPKaydyKa C BHYTPEH-
HUM JIMaMEeTPOM 4 MM, BHEIUHUM JMaMeTPOM 6 MM, TOIILMHO
1.440.1 MM (004-006-14 TOCT 9833-73), KOoTOpbIE IMO3BOJISIOT
repMeTH3MPOBATh pe3epByap ¢ 0OpasoM M CKOMIEHCHPOBATDH
IaBlieHMe IUTAaCTUHBI, a TaK)Ke MUHMMM3UPOBATh KOHTAKT 00-
PasmoB ¢ MeTA/UIMYeCKMMM IUTacTMHaMu. Bce dacTu sS4eifku
CKPETIAI0TCA PaBHOMEPHO PaCIIONO>KeHHBIMY BUHTAMM.

SIgeiika COCTOUT 13 ABYX pe3epByapoB 00beMOM IIPUMEPHO
18 MxI: ofuH fy1 0bpasiia, APYroi Ast pacTBOpuTens obpas-
na. Takas koHUrypauns MO3BOJIAET 3aTPy3UTh M UCCIEOBATD
3a OfMH pa3 u obpasel], 1 paCTBOPUTEND, YTO IKOHOMUT BPeMsi
II0 CPaBHEHMIO C IOC/IE0OBATENbHON 3aTPY3KOil. ITO ABIAETCA
IIPeMIMYILeCTBOM 10 CPABHEHUIO C APYTMMM S4YeiiKaMI, UCIIO/Nb-
3yeMBIMI B 3apyOeKHBIX CMHXPOTPOHHBIX IIEHTpPaX, KOTOpbIE
UIMEIOT TOJIBKO OJHY IIOJIOCTD A/Is1 o6pasia [3-6].

3arpyska ob6pasija OCyILIeCTB/IsIeTCA B Pa30OpaHHOI sTueil-
Ke C TOMOIIbI0 MuKponumeTok. [Tocye 3arpysku obpasia u pac-
TBOPUTEJIS siYeiiKa COOMPAETCS U MOMEIIAeTCsl B TePMOCTATH-
PYEMBII1 Jiep>KaTellb, ONMCAHHBIN BBIILE.

Muxpopnioudruie sueliku cocrnasHo20 muna

Sdeiikm  M3rOTOBNEHBI M3  IOMMMETH/IMETAaKpHIaTa
(IIMMA), coctosT U3 Tpex cnoeB ¢ pasmepamu 40x40x1.2 Mm.
B nepBom croe (puc. 2a) pacnonararoTcs: CKBO3HbIE OTBEPCTIS,
IIpefiHa3HaYeHHbIE [JI1 BBOJA U BBIBOJA XXKUIKOCTHU B SYEIIKY, a
TaKKe JyIA MO3VIVMOHNPOBAHNA AYENIKU B MeTa/UINIeCKOM Jep-
)KaTesle; CKBO3HOE OTBEPCTME B LIEHTpe, CIyXKalllee pesepBya-
POM A/1A XKUAKOCTY; BOKPYT OTBEpPCTI HOf, pe3epByap chelaHa
BBIOOpKA MaTepyaja Ha ITyOMHY 1 MM IIOJ BK/IEVIKY KBaplLieBbIX
OKOH.

Puc. 2. Mzo6paxcerue nepsozo (a), smopozo (b) u mpemvezo (c) cnoes MukpodnoudHotl sueiiku cocmasHozo muna.
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Bo BropoMm crtoe (puc. 2b) pacrnonararorcs: CKBO3HOE OTBep-
CTIe-pe3epByap; KaHA/IbI, KOTOPble COEAMHSAIOT OTBEPCTIS BBO-
fia U BBIBOJA >KUAIKOCTU C pe3epByapoM. C 0OpaTHOI CTOPOHBI
pesepByapa cieaHa BbIOOPKa IO BK/IEJIKY KBapLieBOIO OKHA.

B Tperbem crmoe (puc. 2c) pacmonaraeTcsi CKBO3HOe KBa-
npatHoe oTBepcTye 30x30 MM. DTOT C/IO¥ IpegHa3HadYeH JIsd
1o6opa IOTHOII TOMIIMHBI KIOBETHI /1O pasMepa IPYEeMHOII Lie/n
Tep KaTeris.

dopMupoBaHue KaHAlIOB, OTBEPCTUIL U YIIyOIeHnit Ipo-
U3BOAMIOCH C TOMOIIBIO JTa3epHOro rpasepa VersaLaser VLS .50.
JTasepupiii rpasep VLS 3.50 ocHamen nndpakpacubivm CO, nase-
poM momHOocTh0 50 Bt 1 gmuoit Bonxbt 10.6 MxM. ITocne cion
IIMMA ckmambIBalOTCA BMECTE TaK, YTOOBI MCKTIOYNUTh UX B3a-
MMHOE CMelleHNe, I TepPMUYeCK) CBapMBAIOTCA B eMHYI0 KOH-
crpykumio. [Tomumo IIMMA, B s4elike UCIIOMB3YIOTCA OKHA /1A
BBOJIa 1 BBIBOJA CMHXPOTPOHHOrO m3nydeHns. OKHa BK/IeuBa-
I0TCSI B IIPEBAPUTENbHO BBIOpAaHHBIE YeTBEPTM HPU MOMOLIU
CIIeLa/IbHOTO CUIMKOHOBOIO TepMETMKA/Kjesl IOBBIIIeHHON
Texydectu. Kpapuesbie okHa (TommuHOM 60 MKM, TaK>Ke SIB/IAIO-
I[JeCsl PeHTTeHONIPO3PAavyHbIMIL, KaK OBUIO MOKa3aHO B pabore
[27]) MOHTHPOBa/NNCh B HUIIAX ITyTeM CKJIEHKIL.

DBbutu chenaHbl sT9€MKK ¢ pa3HBIMU BapuaHTamMu GpopM pe-
3epByapa /IS )KUAKOCTeIl: KBaJpaTHasi, KpyIyias, poMOOBUHAs
(puc. 3). Pasmep pesepByapa onpepnensanca UCXOAsA 13 XapaKTe-
pucTHK mydka Ha craHuuy «bnoMYP» KVCH: rnybuna pesep-
Byapa (J/IMHa IIyTU PeHTTeHOBCKOrO IIy4Ka Yepes3 obpaser) is
BCeX sT9eeK COCTaB/IAIa 1 MM; pasMepbl pe3epByapa B INIOCKOCTI,
NEPIEHMNKYIAPHON IIY4YKY, COCTaBUIN 4X4 MM JI/1 KBaJipaTHON
u Kpyrnoit popm, 6x3 MM a1 pomboBugHON Gopmel. Komnye-
CTBO BXOJIHBIX KaHAJIOB BapbupoBanoch oT 0 1o 2 (OTKpBHITHIE,
OIHOKAHA/IbHbIE, [IBYXKaHa/IbHbIE A4YENKM), C VICIOTb30BaHMU-
eM MeaHJpa /IS CMeLIVMBaHWs XXUAKOCTell u 6e3 Hero (puc. 3).
Kanansl B ceyennn nmemn ¢popMy MONTYKpyTa, IMMpUHA KaHAIA
OKOJI0 1 MM.

Puc. 3. Cxemamuueckoe usobpaxenue omkpvimoti (a), ooHokananvHoil (b) u 0eyx-
KaHanvHotl (c) sueex.

Puc. 4. 3D-modenvy muxpodmioudHoii sueiiku moxonumuozo muna (a), domoepadus
MUKPOPIOUOHOTE SUetiKY MOHONUMHO20 muna ¢ pumuneamu cnepedu (b) u czaou (c).

Muxkpognioudrovie suetiku
MOHONIUMHO20 MUna

B MOHOMUTHBIX AYeliKaxX C pasbe-
MaMu il GUTUHIOB B KOPITyce siueeK
(puc. 4) kaHaIBI ¥ OTBEPCTUA YNIIA OBUIN
USTOTOBJICHBI MerMooom pe3eposanust
IpM MOMOILY TPexoceBOro ¢GpesepHo-
ro CTaHKa C YMCIOBBIM IIPOTPAMMHBIM
ynpasnenneM  («Bomkanmu»-1-0609,
RUS-CNC, r. Ilymxnno, Poccus). s
KOpIlyca d4mia ObUIM VCIIO/Ib30BaHBI
KOMMePYeCK JOCTYIIHbIE IIPO3padHble
MOHOJIMTHBIE TMCTHI (TOMIIWHOM 3 MM).
Bo Bpems 3KCriepMMeHTOB ObUTM UC-
[O/Ib30BAHBl ¥ [POBEPEHBI MOHOJINUT-
HbIe JIMCTHI U3 PA3HbIX IIOIMMEPOB: 0-
mukap6onara (ITK, Polycarbonate Arla,
Macroclear TommuHO 3 MM), IOIU-
metunmetakpuiaara (IIMMA, [IMMA
TOCH, MACCTAP TonmmHom 3 MM) u
nomictupona (I1C, Iomuctupon GPPS,
Novattro tommunoir 3 mm). na usro-
TOBJIEHNSI Pa3beMOB C (PUTUHTOM OBUT
MCITO/Ib30BaH MOHO/IMTHBIN JIUCT U3 0-
nukap6onata (IIK, Borrex rommumHoi
5.65 MM).

Cbopka s4eiiKM IPOBOAMIACDH
IIOCTIe BU3Ya/IbHOI IIPOBEPKU U CTEPU-
nu3anyu. HYDKHSASL CTOpOHA sTYeiiKu U
JIyHKa IIOCepe/IHe YNIIa C BEPXHEI CTO-
POHBI TepMETU3NPOBATACH MPU TOMO-
LIV IPO3PAYHON CAMOKJIEAIIEIICS IIJIEH-
Kk («[IK® CoBpemMeHHbBIe TEXHOTIOTU»,
Aptukyn P-500).

PesepByap Adeex A KUOKOCTEN
Op11 poMOOBMAHOI (OpMBI, ITybOMHA
pesepByapa (mIMHA IYTH PEHTTEHOB-
CKOTO IIy4Ka 4epe3 obpasel) A BCeX
s9eeK COCTAaB/sa 1 MM, pa3Mepsl pe-
3epByapa B IUIOCKOCTM MEPIEHAMKY-
TAPHOM IMy4YKy — 6Xx3 MM. Konmumdectso
BXOJIHBIX KaHA/IOB PaBHS/IOCH 2 (IBYX-
KaHaJIbHble AYeNKN) ¢ MMpUHOIL oT 100
1o 400 MKM.

Muxkpodnonnnsle MHOTOKa-
Ha/IbHbIe YCTPOJICTBA ObLIM Haleda-
TaHBI C IOMOLIBIO MmexHonozuu Digital
Light Processing 3D (DLP 3D, opun
U3 METO[[OB afJUTUBHOTO HPOU3BOJ-
CTBa, B KOTOPOM [Isl TOCTPOEHMS
00'beKTOB MPUMEHSIOTCS XuaKne $o-
TOIIO/IMMEPHBIE CMOJIBI, 3aTBEP/IEBA0-
1jye B pe3y/IbTaTe BO3/eICTBI CBETa,
U3Ty4aeMOro Iu(pPOBBIMU CBETOMU-
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OHBIMU TpoeKTopamu). [Insa mevarn
ncnonb3oBamu 3D-npunaTep Asiga UV
MAX (Asiga, ABctpamusa, CupgHeir) ¢
JIINHOM BOMHBI 385 HM M MHTEHCUB-
HOCTBIO cBeTa 7.25 MB1/cM?.

Sueiika c rabapUTHBIMIM pa3Mepamu
30x15x6 MM IIpefCTaBIIsIeT COOON IATH-
CTIOVHYIO CTPYKTYPY [28], coennHeHHYIO
B ITaKeT C TOMOIIBIO BUHTOB. Terno aveit-
Kn (puc. 5¢) m mpyoKUMHasA mwiargopma
(puc. 5d) msrorosneHs! U3 ¢GoTONONNU-
MEpHOII CMOJBI MeTomoM 3D-medaTn.
HWccnemoBarenbckass Kamepa, depes Ko-
TOPYIO IPOXOAUT PEHTTEHOBCKIIL ITy40K
(FWHM 0.48x0.26 MM, monmHbiil Taycc
1.7x1.2 MM), pacHoO/lO)XeHa B LEHTpe
sT9eiiKu 1 00pa3oBaHa CKBO3HBIM OTBEP-
CTVIEM IVIAMETPOM 3 MM B TeJle SYENIKM,
3aKPBITOM C JIByX CTOPOH PeHTI€HOIIPO-
3payHbIMY OKHaMV, BBIIIOTHEHHBIMU 13
onrmdeckoir cmonst Mapku COB rommm-
Hoit 30 MkM (puc. 5b).

HeobxopuMmas Temmeparypa pac-
TBOpa B AnanasoHe 0-40°C ycTanasmm-
BaeTcsA C IOMOIIBI0 BHENIHETO TePMO-
CTara, C TEII00OMEHHUKOM KOTOPOTO
COTIPMKACAETCS MeTa/UIM4Yeckoe OCHO-
BaHMNE AYENIKIL.

3arpyska SKMOKOCTM B MUKpPO-
(rmronHbBIe AYENIKM OCYIEeCTB/IIACh C
MICTIO/Tb30BaHMEM IIIPHUIIEBBIX HACOCOB
(Shenchen SPLab-04, Kutait). CkopocTb
IofiaYy JKUAKOCTY BapbMpPOBaach OT
5 mxs1/mMuH 10 500 MK1/MUH.

O6cy>xeHNns U pe3yIbTaThl

Buvi6op mamepuana oxon

JJisT M3rOTOB/IEHUsSI M3MEPUTETIb-
HBIX A4YeeK, MOAXONAIMX IJIA MCCIe-
[OBaHMs >XUIKUX O0OpasIioB MeTOOM
MYVPP, Heobxomumo 6b10 momobparthb
OKHa 13 PEHTTeHOMPO3PAYHbIX MaTe-
puanoB. MaTepnan [jisi OKOH [OJDKEH
OBbIT OBITH HEKPUCTA/UINYECKIM, IMETh
MaJioe paccessHye BOMI3Y MaJIbIX YITIOB,
XUMUYECKV HENTPATbHBIM U TPOYHBIM
JiIs1 TOTO, 4YTOOBI BBIIEP)KATh BHYTPEH-
Hee [aBJIeHMe, CO3aBaeMOe IIOTOKOM
SKUJKOCTYU B s4eliKe, a TaK)Ke TOHKMM,
4TOOBI M30€XKaTb CUIBHOIO IIOIJIOLIE-
HVISI PEHTT€HOBCKOTO U3JTyYeHUSI.

Beuim  mpoBeleHbl  M3MEpPEHMs
MaJIOYIJIOBOTO pacCesHus IUICHOK U3
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a b [ d

Puc. 5. MnozoxananvHas MquOﬁﬂlOuaHllﬂ usmepumesnvHas Avelika: a - OCHOB8AHUE,
b - penmeeronpospauroe okHo, ¢ — meno s4eiiku, d - NPUIKUMHAS naam@Popma.
PasNIMYHBIX MaTe€pUaIoB TONMIIMNHON OT 9 MKM fio 1.25 MM Ha /1a-
6oparopnoit ycranoBke «AMYP-K» (HULI «Kpucrannorpadusa
n (bOTOHMKa» PAH, Mocksa, Poccus) ¢ OTHOKOOPAVHATHBIM
HO3UIIMOHHO-9yBCTBUTENbHBIM fieTeKTopoM OJI3M mpu ¢ux-
CHPOBaHHOI! [iHe BOMHbI namydenus 0.154 2 um (CuK -muuns
OCTPOQOKYCHOI TPyOKM, MOHOXPOMATOP U3 IMPONTUTNIECKO-
ro rpadura) ¥ Ko/UMManyoHHoit cucremoit Kparkn. Cedenne
PEHTT€HOBCKOTO ITy4Ka COCTaB/ANO 0.2X8 MM, 0067acTb yITIOB
paccesHNsA COOTBETCTBOBAJIA IMANIa30HY 3HAYEHNIT MOy A BeK-
Topa paccessHuA 0.1<s<10.0 amM~ .

O6pasipl moMelam B BaKyyMHyI0 Kamepy. Paccrosnue
obpaszer—-getekTop coctannsano 700 Mmm. Bpems namepennit of-
Horo o6pasua — 10 MUHyT.

OKcnepuMeHTanbHble JaHHble MYPP pasnnynbix Tnmos
IJIEHOK IIPEZICTaB/IeHbI Ha puc. 6.

CrumkoM 6071bIIoe paccesHue BOMM3N MajblX YIJIOB Ha-
OnmrofaeTCA y IIEHOK U3 QTOPOIIACTa, ONMNITUIeHTepedTaa-
Ta, KalITOHA, Majiijapa, moaunponmieHa. Takue nieHkn He IOfI-
XOfIAT I IPOBENEeHNUA MAJIOYITIOBbIX SKCIIepuMeHTOB. [Inenkn
3 LIMK/I00/1e(pMHOBOTO COIOMMepa, a Takxe IieHky mys TP
u mokposHble Hampton Research He nmomHocThI0 aMopdHbIe, Tak
KaK MMeIOT IIMPOKMIT APaKIMOHHbI MIK B paiione s=1.0 A,
PV 5TOM HaOTIOfiaeTCsA U CYIeCTBEHHOE paccesHue oT oOpas-
IIOB B 00/1aCTV MaJIbIX YI/IOB. IIIeHKM 13 TomMepa TOMIIMHON
1.25 mm u Ibioli Tonmmuoit 180 MKM MMer0T HeGOMbIIIOE pacces-
HIMe, HO ¥3-3a OOJIBIION TOJIIVMHBI CHIBHO MOIIOMAKT. Bee me-
peyncieHHble IJIEHKM TaK>Ke He IOXO[AT I10J] MaTepUarbl /s
OKOH M3MEPUTENbHON AYETIKIL.

Cmroma gt ACM TommmHon 75 MKM U C/TIO[ia TOJIIMHOM
40 MKM, IOJIUCTUPOJ KOHJeHcaTOopHbIN K7-14 TommuHoi 23 1
30 MKM MMEIOT MaJjioe paccesHue BOMM3M MajbIX YIJIOB U C1abo
nornomamT. JlaHHbIe MaTepyasibl IOAXOMAT /IS MCIIOIb30BAHMAA
UX B Ka4eCTBE OKOH M3MEPUTE/NIbHBIX AYeeK.

CpasHenue KapmuH paccessHUs, NOTYHeHHBIX O PACmEopPos
nusouuma u KDP 6 kanuanapax u niockonapannenvHvix
Auelikax

B cnyuae mcnonb3oBaHMA CTAaHIAPTHBIX KaMJUIAPOB [T
ob6pasuos npu perucrpanyu kaptua MYPP mydok CU mpoxo-
IUT TyTb 0 0Opasiia, paccenBasch Ha BO3AyXe. 3aTeM, Ionasast
Ha JiepKaTesb, M3/TyueH)e YaCTUYHO IOIIONIaeTcsA KalluIApOM
U paccerBaeTCs UM XKe, a TaloKe MPUCYTCTBYIOIMM BHYTPU pac-
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Puc. 6. Sxcnepumenmanvrole kpusvie MYPP nnexox pasnuunoti monugunvt: 1 - nokposnas naenxa Hampton Research ¢ xneesvim cnoem (50 mxm);
2 - ¢pmoponnacm (9 mxm); 3 - nonusmunenmepegdmanam Decolux (65 mxm); 4 - nonucmupon (220 mm); 5 — Kanmou ¢ kneeoim cnoem (45 mxm);
6 — yuxnooneduHosuviii cononumep c kneegvim cnoem (50 mim); 7 - nnenxa ons ILIP (100 mxm); 8 — nonucmupon konoencamopnuiii K7-14 (30 mxm);
9 - nonucmupon (50 mxm); 10 - Ibioli (180 mxm); 11 - cmoda (40 mxm); 12 — nonumep (1.25 mm); 13 - nonusmunenmepedmanam (13 mrm);
14 - kanmon (45 mxm); 15 - nonunponunen (25 mxm); 16 — maiinap memannusuposannviii (13 mxm); 17 — nonunakmud (90 mxm); 18 - cmoda ons
ACM (75 mxm); 19 - nonucmupon kondencamopnutii K71-4 (23 mxm); 20 - yuxnoonedurosuiii cononumep (50 mim); 21 - naenxa koHoeHcamopHas (8 mxm);
22 - maiinap (10 mxm); 23 - nokposuas nnenka Hampton Research (45 mxm).

OepEATENE
obpazna <

Puc. 7. Cxema 603HuKHO6eHUS apmedakmos Ha demeKmope npu coemke 6 Kanuuiipe.
Ompesox AB - paccesnnoe 00 00pasya usznyuenue, He noznomusuieecss 00pasyom;
ompesok BC - usnyuenue, cnposouuposanHoe sdPexnom nonHozo eHeuiHe20 0mpajceHus

paccesHH020 U3y4eHus om CmeHoK Kanuniiapa.

80

TBOPOM 06pasua (YTo 1 faeT HOJe3HbII
CUTHAN ISl [ajibHeliiieir 06paboTKm).
Ecnu ayameTp Kamwuisipa OKasbIBaeTCst
9yTh MeHbIIIe pa3Mepa OTBEPCTHS B Jiep-
XaTesle, pacCessHHOE [0 KaNWuLipa 13-
JTydeHVe TIPOXOUT OeCIpersTCTBEHHO
JlaJIblile, PacCeMBAETCs ellle CUIbHee I B
KOHEYHOM CYeTe OCTAaB/IIeT 3aMEeTHYIO
«TeHb» Ha gHeTeKTope (oTpe3ok AB Ha
puc. 7). IIpu ropu30oHTaIBHOM PaCIIONo-
JKEHUIM Kalljursapa €ro BEPXHAA M HVDK-
HAA CTEHKUN pa6OTaIOT KaK 3JIEMEHTbI
peHTI‘eHOBCKOﬁI OIITMKM C OTpULIATENb-
HBIM ITOKa3aTeeM IpelloMIeHns 1 3¢-
(l)eKTOM TIO/THOTO BHEUITHETO OTPa’KEeHNA
PaccesAHHOro Ha BO3[yXe U3nTydeHus. B
pesy/bTaTe Ha HETEKTOPE IIPOVICXOLUT
KOHLEHTPMpPOBaHNE B BEPTUKAIbHOM
HAIpaB/IeHNN Caboro Trajo paccesH-
HOro Ha BO3,T.[yX€ I/I3}IY‘ICHI/IH, IIpy4eM
B TOpU3OHTA/IbHOM HaIIpaB/I€EHUM 3TOT
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adexT 3aHMMaeT OOMBLINIT YITOBOI
nuamasoH (orpesok BC Ha puc. 7).

[Tono6Hble apTedakTbl MMEIOT
3HAYUTENbHYI0  MHTEHCUBHOCTD IO
CPaBHEHUIO C IIOJIe3HBIM CUTHAJIOM
MYPP u nmioxo nopgaroTcsa y4eTy U Ma-
CKMPOBAHMIO 13-32 pas/IN4Mil pa3MepoB
(mo 30%) ¥ HONOXKeHUI KaluIIsApOB,
UCIIONb3yeMBIX B 9KCIepuMeHte. He-
00XOIMMO WHTEIPUPOBATb PEHTTE€HO-
rpaMMy OTJEIbHO B 00/MACTAX BHYTPU
KaIWULApa, BHEe KaIWULIPa, UCKII0YNB
u3 06/1aCTU MHTErpUpOBaHMs apTedak-
THI 3aCBETKI, @ 3aTeM CIINBATh JBe I10-
JlydeHHble KpUBBIe IO 06/1acTy 00Imux
YITIOB pacCesHNA.

[l cpaBHeHMs KadyeCTBa JaHHBIX
MYPP, nony4eHHBIX B A4YeliKe C IUIO-
CKMMIV OKHaMM U B KBapIieBOM KaIluI-
nsApe, ObUIM IPOBEJIEHbI TECTOBbIE U3-
MmepeHns. B pabore [26] Ha puc. 2 npen-
CTaBJIEHBl JIByMEpHbIE PEHTTeHOTPaM-
MBI paCTBOPOB /M30LMMa B KalWIsIpe
(a) n B ayeiixe (6).

Hanuume TeHeBbIX oO6macTeil Ha
peHTreHOrpaMMe IIpY IIPOBELEeHNN IKC-
HEePUMEHTOB B KaNWUIApe IPUBOAUT
K TOMY, 4YTO /Il MHTETrpUpOBaHus 6e3
MCKa)KeHNsA KOHEeYHON Kpmsoit MYPP
OCTaeTCs1 HOCTYMHONM TONBKO O0/1acTh
BHYTPU KaIWULAPA, C 4eM MO>KHO O3Ha-
KOMUTbCA B pabore [26] Ha puc. 3. Ilo-
IBITKYM VIHTEIPUPOBaHMs B Ooree LIM-
POKOII 06/1aCTV MPUBOAAT K TOMY, 4TO
BKJ/IaJ] B MHT€HCUBHOCTb KpnBoit MYPP
HAYMHAIOT [jaBaTbh TAKXXe 3TU TEHEBbIe
0671acTy, MCKaXKast CUTHAJL.

[Ipy wuCHONb30BaHUM SYEVKU C
IUIOCKOIIAPa/UIeIbHBIMM  OKHAMM  Y/a-
JIOCh TIOTHOCTBIO YCTPAHUTD BCE BBILIE-
Hepedyc/ieHHble HeJOCTaTKU 1 IONy-
YUTH USOTPOIHYIO KAPTUHY PacCesTHMA.
Takum 06pasoM, MPOBOAUTDH MHTETPHU-
pOBaHNe CTaJo0 BO3MOXKHO II0 BCeil pa-
6oueit 06macTu eTeKTopa, Ha MOPSAKOK
u 6osee yBemuuuBask perUCTPUPYEMYIO
VMHTEHCUBHOCTb paccesiHUs. BnusHue
Hepabounx IpPOMEXYTKOB J[IeTeKTOpa
B TaKOM C/Iy4ae CBOAUTCA K HYJIIO, IIO-
CKOJIbKY TIPAaKTUYECKU BCEM HEaKTUB-
HBIM TOYKaM (IMKCEIsIM) IeTeKTOopa,
COOTBETCTBYIOLIMM HY/IEBOJl WHTEH-
CUBHOCTM B KaKOM-TO KOHKPETHOM
yI7lle paccesiHusi, OyZeT COOTBETCTBO-
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BAaTb TAKOKE M MIOJIE3HBII CUTHAJI IIPY APYTOM a3MMYyTe UHTEeIpu-
pOBaHMsA, IPUYEM YMUCIO TAKUX a3UMYTOB OyHeT 3HAUUTEIbHO
IIPEBBILIATD YMCIIO «ITYCTHIX» a3MIMYTOB.

Ha puc. 4 B crarbe [26] mokasans! kpusble MYPP ot pac-
TBOPOB JIM30L1IMA, C MICIONIb30BAHMEM KAIVUIAPA U YKL

Ha ocHOBe no/Ty4eHHBIX JaHHBIX [JIA TM30LMMA C KOHLIEH-
Tpanuert 40 Mr/ma 6bUIa IpoBefjeHa OLeHKa OOIIero YpOBHS
IIyMa IOTy4eHHBbIX KpMBbIX MYPP MeTO0M HayMeHbIINX KBa-
mpaToB. OTHOLIEHNE CPeIHEKBAPATUYHBIX OTKIOHEHMIT K MaK-
CYMYMY MHTEHCUBHOCTH PacCessHNA B KaIWJULIpe IIPY UCIIOJb-
30BaHMM VHTETPUPOBAHIA TOIBKO BHYTPU KaImuLApa (KpacHast
ob6macTp Ha puc. 8a) coctaBuno (1.31+0.14)-10", mpu ucnonpso-
BaHMM VHTETPUPOBAHHOI CHIMBKM JaHHBIX — (1.57+0.19)-1072
[Tpu ucrionb30BaHNY AYETIKY C IVIOCKOIIAPA/IIe/IbHBIMI OKHAMU
OTHOIIEHNE CPeJHEKBA[PAaTUYHBIX OTKIOHEHMI K MaKCUMYMY
VMHTEHCUBHOCTY paccesHusA (6e3 MHTeTpUPOBAHHON CIIVBKN)
cocrtaBuo (8.45+0.55)-10°3.

Vicrionp3oBaHme TaKoOI SYEKHU IS C1ab0 paccerBaOIUX
¥l CUJIBHO TIOIJIOMIAOIIMX 00Pa3I[0B JO/DKHO CYIIECTBEHHO I10-
BBICUTb KaueCTBO JAHHBIX U pe3yabraT 00paboTku. [Ins oreH-
KJ1 YIy4LIeHNs Ka4ecTBA NAHHDIX IPU UCIONb30BAHNMN STUENIKI,
II0 CPaBHEHMIO C JJAHHBIMU IIPM JICIOIb30BaHNUM KaIWIIApPa,
OBUIO TIPOBEJIEHO M3MepeHJe HACHIIEHHBIX ¥ HeHACBIIIeHHbIX
pactsopos KH PO, (KDP). Vsmepenns mpoBoAuaNCh HadMHas
¢ temnepaTypsl 90°C, npu Takoii Temneparype pactsop KDP
ABJIAETCSA HEHACDhIeHHbIM. Jlanee TeMIlepaTypa CHMIKAIAch, 1
IIpYU BOCTVDKeHUM TemnepaTypbl 60°C pacTBOp CTaHOBMJICA Ha-
CBIILIEHHBIM, JaJ/IbHellllIee IOHVDKeHVe TeMIIepaTyphl IIPOf0JDKa-
70ch o TemnepaTypsl 2°C.

Ha puc. 5 n3 cratbu [26] npencTaBieHoO cpaBHEHME SKCIIe-
puMeHTaNbHbIX KpyBbIX MYPP pactsopamun KDP B kammmnsape
I B AYEIIKe.

YpoBeHb IIyMa 3KCIepMMeHTaNbHbIX BaHHBIX MYPP pac-
tBOpa KDP, KaKk 11 B ciry4ae ¢ pacTBOpOM /IM30LMMa, TAK>XKe OKa-
3BIBAETCS 3HAYMTENIbHO HIDKE IIPU MCIIONIb30BAHNN SUEVIKU IO
CPaBHEHMIO CO CTAH/IAPTHBIM KBaplieBbIM KaIWULIPOM. Takum
obpasom, yBenmuueHne 06/1acTy MHTETPUPOBAHNSA JAHHBIX C Jie-
TeKTOpa IIPU UCIO/Nb30BAHNMN STYENIKM NTO3BOJIIET CYLIeCTBEHHO
YIy4IINTh KadecTBO KpuBbIXx MYPP paxe ms crmabo paccen-
BAIOIIVX U CU/IBHO IIOIVIOIIAONINX 06pasIioB.

KoHcTpyKIua A4eiiky ¢ IVIOCKOIApPAJUIeIbHbIMI OKHAMU
Obl1a repMeTUYHA Ha BCeM MPOTSKEHUY 9KCIIepUMEeHTa IIPY BbI-
COKMX VI HU3KMX TeMIlepaTypax. TemsioBoe paciinpene 31eMeH-
TOB SIYENIKM IIpY M3MEHEeHN! TeMIIepaTypbl He IOBIMSIO HY Ha
repMeTUYHOCTD, HJ Ha Ka4eCTBO SKCIIEPVMEHTAIbHBIX JJAHHBIX
MYPP.

B pactBope KDP mpu mepexope 13 HEHACBHIIEHHOTO CO-
CTOSIHUA B IIepechllljeHHOe C 00pa3oBaHeM KPIUCTA/IIOB TeTpa-
TOHA/IPHOJ CHTOHUY 00Pa3yTCs KIacTepbI-IPEKypPCOPBI, KaK
ObIIO TIOKa3aHO B paborax [24, 29]. B pabore [29] 6bu1 nccre-
moBaH pactBop KDP ¢ xonnentpanmerr 335 Mr/mi, 4To cOOT-
BeTCTBYeT TeMIiepaTrype Hacoimenus 40°C. Ilpu yBennuenun B
pacTBope KoHIeHTpanyuu KDP saMeTHO yBenmM4mBaeTcs Moro-
LIeHNe, YTO YXY/IIAeT KadeCTBO CUTHA/IA SKCIIePUMEHTAIbHBIX
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nanabix MYPP. ITosToMy mccrenoBanne 06pasoBaHus KiacTe-
pos-nipeKypcopos B pactBope KDP c konnentpanueit 501 mr/mi,
(bOpMUPYIOLIMXCS P KPUCTAIN3ALNY, OBIIO IIPOBEJEHO C JC-
MO/Ib30BAHMEM STYEVIKU C IJIOCKOIIapajyieIbHbIMIY OKHaMMU.

Ma}IOYF)'IOBbIC U3MEPEHNA TPOBOAVIIV B fUAIIA30HE TEMIIE-
patyp ot 90 o 2.5°C. OKcliepyMeHTaIbHble JaHHbIE 1 HAWTy4-
HIve PUOMTVDKEHNSI TPeICTaBIeHbl B ICCIefoBaHNM [26].

beino ycraHoB/IE€HO, 4TO 3Ha4YeHMe pajnyca MHEPLMM Rg
YBEINYINBAETCS IIPU ITIOHVDKEHNN TEMIIEPATYPbI, YTO CBUAETE/Nb-
CTByeT 00 yBeMYeHNN CPeJHMX pasMepoB YacTHUI] B PacTBOpe
KDP.

Tecmuposanue MuxkpoPnoudHvIX sueex

ITpu TecTMpOBAaHUY sTU€€K, MU3TOTOBICHHBIX 13 ITOTIMKAPOO-
HaTa, HO/MMeTUIMeTaKpIUIaTa 1 MMOMUCTUPOIA, C pe3epByapaMu
Pas3IMYHON KOHPUIYypaLuy U C pasHbIM YMCIOM BXOJHbIX KaHa-
0B OBITIO 0OHApY>keHO 00pa3oBaHMe MY3bIPeil B U3MEPUTEb-
HOM pe3epByape, 4TO MOXXeT CYLIeCTBEHHO MCKA3UTh JJAaHHBIE
paccestnys. Taxoke IpM MHOTOKPaTHOM 3aIlO/THEHUM STYEVIKU
pasrepMeTU3NpPOBAICh. YUNTbIBast OOHAPY KEHHBIE IPOOTIEMBbI
C 3aIlOJIHEHNEM fAYeeK, pe3epByap [JBYXKaHa/IbHOW AYENKU U3-
MEHMIN Ha POMOOBU/IHBIN [IsI IPESOTBPAILEHSI TIOSBIEHNS 1
3acTaMBaHUA My3bIpeit (puc. 8a).

000
o L]
0\
L+]
XX
a b c

Puc. 8. Cxemamuunoe u306pasiceruie 08yXKaHAbHOU AHEIKU C POMOOBUIHDIM Pe3ePByapom
(a), cxemamuunoe u3o6pasicerue MOHOMUMHOL 08YXKAHATLHOL SHEUKU C POMOOBUOHBIM
pesepsyapom (b). Mukpopnioudnas suetika us nOTUCMUPONA C HEMbIPLMA BXOOHbIMU
U 00HUM BbIX0OHBIM Kananom (c). O6pa3yuvL 3a2PyHcanucy mMonvko veped 084 8X00HbIX
kanana. JIns 8u3yanu3auuu pesynvmama CMewusaHus PAcmeopos UCNOMb308AIUCH
JHCeIMBLIL U CUHUTE KPACUMENU, NPU CMeUleHUU KOMOPbIX 8 USMePUmMenvHoM pe3epsyape
00pA306bI8ANICS PACMBOP 3€71€H020 UBema.

Lg/., oTW.ea.

B maHHOM THIIE AY€EK IPU 3arpys-
Ke XXVUJKOCTU TaKKe 00pa3oBajnch my-
3pIpM B U3MEPUTETBHOM pe3epByape.
IIpy MHOTOKpAaTHOM 3aIlO/THEHUM KOH-
CTPYKLMA 9€eK paspyllanach M CTaHO-
BU/IACh HET€PMETUYHOIA.

OTnmume MOHONMUTHBIX JBYXKa-
HAJIbHBIX sIYeeK ¢ POMOOBUIHBIM pe-
3epByapoM (puc. 8b) oT cOOPHBIX sTueeK
COCTOUT B COEAVMHEHUN STUEVKU C TPYO-
KaMi. B maHHBIX THMIIax fA4eeK coenu-
HEHME OCYLECTBIANOCH IOCPENCTBOM
(UTMHTOB, KOTOpBIE BKPY4YMBAINCh B
s49eriKy. Taxoke BMECTO OKOH 13 KBaplja
B A4YelIKaxX pe3epByap 3aKpblBaja IJI€H-
Ka IIVK/I0071e(DMTHOBOTO COMOMMMepa.

IIpn mopmade ¢ KaXXAOro KaHaua
B pe3epByap IOCTyIajsa PaBHOMEPHO
CMellaHHas XUKOCTb, IPU 9TOM B pe-
3epByape Takke 00pa3sOBaINCh ITy3bI-
pu. Jlanmee XXUOKOCTb 3arpy»Kanach 4e-
pes repMeTHYHbIN KaHa. IIpu cHiDKe-
HUU CKOPOCTM [I0 5 MKJI/MMH Iy3bIpu
orcyrcTBoBamu. Ilocne mpopyBkm BO3-
OYXOM M MHOTOKPAaTHOM 3aIlOJTHEHUM
KUAKOCTY CO CKOPOCTBIO 5 MK/I/MUH B
pesepByape Iy3pIpu He 00Pa3OBaJIVICh,
JKUJKOCTb CMeIINBanach paBHOMEPHO.
B mecTe coenmHenNs QUTUHTOB sTYEIKU
OBV HeTePMETUYHBI.

B pesynbraTe TecTMpoBaHMI pas-
JIMYHBIX TUIIOB si4eeK OOHApY’>KeHO,
4TO COOpHBIE AYEIKM HEYCTONYMBBI K
TABJIEHUIO >KUJKOCTY BHYTPU SYENKU
U B JAHHOM TUIIe 00PasyIOTCs My3bIpH,
KOTOpble NIPENATCTBYIOT INPOBEEHNIO
MaJIOyTJIOBBIX MCCIeNOBaHMI. MoHO-
JINTHBIE TUIIBL sideeK 6osiee YCTONYMBBI
K Pas/JIMYHBIM BHYTPEHHNM JIaBJICHNAM.

— L0 sy, MO0
w— Ly, MON | M0e
Lyad, MM 6 ¢
i

b

Puc. 9. SxcnepumenmanvHole KpUsble MAznoy208020 permeeHosckozo paccesnusi (MYPP) (a) om pacmeopa nusouuma ¢ ucnonivb308aHuem MUuKpopmouoHoil
suetiku (cmanyust «BuoMYP»). [Inst nyquieti 8u3yanusauuu Kpusble cmeuerol 0pyz OmHOCUMernvHo 0pyea no eepmukanvoil wikane. Konyenmpavuu 6enxa —
10, 20, 30, 40, 60 me/mn (Hymepayus udem ceepxy 6Hu3). IKcnepumenmanvHoie Kpusvle unmercusHocmu MYPP (b) om pacmeopa nusoyuma (20 me/mn) ¢ NaCl
(5 me/mn) - npu axcnosuvuu 300 ¢ 8 kanunnspe (KpacHvIM), 8 MUKPOPIOUOHOT sTuetiKe (CUHUM), NPU YMeHbUIeHU IKCNO3uLuU 00 60 ¢ (207y6bim).
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Taxoke 6pTa OoOpaHa ONTUMATbHAS
CKOPOCTb 3allOJIHEHMsI KAaHAJIOB JJIs
JIAHHOTO THUIIa SYeeK, MCKIIYAIoI[as
obpasoBaHue Iy3bIpeil B pe3epByape.

KoncTpykiusa sueiiku 6bima fo-
paboraHa ¢ BO3MOXKHOCTBIO MHOTOKa-
HA/IbHOW TOJja4/t KOMIIOHEHTOB 00pa3s-
a (puc. 8c).

OKCIepUMeHTaIbHbIe KPUBBIE Ma-
JIOYIJIOBOTO pacCessHMs OT JM30LUMA
IIPY pas/INYHBIX KOHIL[EHTPALsX Oenka
C MCIIONb30BAHMEM STYEHKM ITOKa3aHbI
Ha puc. 9a. KpuBasa 1 (c HaumMeHbIIeit
KOHI[eHTpanuent Genka 10 mr/mm) xo-
POIIO COITIACYeTCSA C TeOpPeTHdecKoit
KPUBOII OT MOHOMEPHOI CTPYKTYpbI
musonuma (PDB ID: 6QWW), Ttorma
KaK IIpY TOBBILIIEHNM KOHIIEHTPALnUu
HAKJIOH KPUBBIX B 00/1aCTM MaJbIX yT-
nmoB (s<1.0 HM') yMeHbIIaeTcss, 4YTO
06ycoBieHo ycuaeHneM a¢pdexTa oT-
TAJIKMBAIOLIETO MEXYaCTUYHOTO B3aM-
MOJIeCTBUS.

Ha puc. 9b mokasaHbl Manoyrio-
BbIe KPUBbIE, [IOTy4eHHbIE OT PacTBOpa
nusouyMa (KoHueHTpanust 20 Mr/min) u
ocagutens (5 mr/mn NaCl) gepes pas-
HOe BpeMs II0C/Ie Hadaja MOoflauy pac-
tBopa NaCl k uncromy pacTBopy Oenka.
[l KpUBBIX, MOTyYeHHbIX BBIYMTAHMU-
eM JIaHHBIX OT Oy(epHOro pacTBopa U3
JIAaHHBIX OT PAaCcTBOPA C JIM30LMMOM P
BpeMeHy skcnosuuym B 300 ¢, oTHOLIE-
HIe CpelHEKBaJpPaTUYHBIX OTK/IOHE-
HUIT B MHTepBase q oT 2.5 10 3.5 Hm™' K
CpegHeMY YPOBHIO CUTHA/Ia pacCesHus
IIPY UCIIO/NIb30BAHUY MHTETPUPOBAHVIS
TOJIBKO BHYTPU KalW/ISIpa COCTaBUIIO
3.29-10°!, 4yTO SABNAETCA OYEHb BBICO-
KuM 3HadeHueM. [Ipu mcronb3oBaHMU
MUKPO(QIIONIHON A4eiIKM OTHOLIEHVE
CpeIHEeKBaJpaTUYHBIX OTKIOHEHWIT K
CpelHEeMy YpPOBHIO CUTHala IIPY TOM
)K€ BpeMEeHU OKCIIO3MI[UM COCTABWIO
2.14-10% Insa skcnosunuy B 60 ¢ mpu
UCIIO/Ib30BAHUN MUKPOQIION/FHOM
SYeVIKM OTHOLIEHMEe CUTHAJI/HIIYM OKa-
3a710Ch paBHbIM 4.61-102,

YMeHbIIIeHNe 9KCIO3ULIMM Ha IO-
pAfOK 6e3 CyIeCTBEHHOI IOTepu Ka-
yecTBa KpuBbIXx MYPP, B cBOIO O4epenp,
JlaeT BO3MOXKHOCTb IIPOBOJUTH MCCIENO-
BaHMsA AMHAMMKI IIPOLIECCOB, MPOUCXO-
IAMUX TIPU 3aIIONHEHUM s9eiikum. [
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VICTIBITAaHNA MMUKPOQIIONIHOI SYeVKM Py IPOBeIeHNN TaKOro
pofia MCCIeOBAaHNIT B KaHA/IBI OCYIeCTB/IIACh mofiada: 1) NaAc
OydepHoro pactsopa pH 4.5; 2) OYMIEHHOTO pacTBOpa TMU30LY-
Ma; 3) x/mopupa Hatpust. [lanee maBanach KOMaHJa Ha CTapT 3aI07-
HEeHM S9eVIKM TOJIbKO PacTBOPOM 1 CO CKOPOCTbIO 1 MK/I/MMH 1
BBIZIEPXKMBAIOCh BpeMA 10 MuH, B Te4eHMe KOTOPOro, KaK OXKIza-
JIOChb MICXOA M3 TEXHMYECCKUX XapaKTepI/ICTI/IK, yKaSaHHbIX BbIIIIE,
MUKpOQIIONHAsL SYeliKa ITOTHOCTBIO 3aIMOHSIACh PACTBOPOM
1. Ilocne sTOrO 3amycKanach Cepys HENPEPHIBHBIX SKCIO3UIINIA
IJINTENIBHOCTBIO 60 ¢ geTekTopoM craHuuu «buoMYP» n ogHo-
BPEMEHHO JjaBajlacb KOMaHJja Ha CTApT IOAA4YM PACTBOPOB JIN30-
yMa u/wm ocagurens. CHadana k 6ydepHoMy pacTBopy 06aB-
JIAJICSL PACTBOP IM30LMMa OJHOM U3 TpeX KoHLeHTpanuii — 10, 20,
40 Mr/Mnm u TIpoOBOAMIACH CheMKa PEHTIeHOTpaMM B TedeHIUe
10 muu (10 sxcmosuiuit). 3ateM K pacTBOPY /IU30LMMa 06aB-
JSUICSL pacTBOp X/Mopuja Hatpusi (OcajmTensi), KOHIIEHTpaIys
KOTOPOTrO CTYIIEHYaTO IOBbIIIA/IACh KaXkKable 10 MyH 3HaYEHNAMNA
12, 18, 24 mr/m1. Takum 06pa3om, CyMMapHOe BpeMs IIPOBeJeHIS
SKCIEPUMEHTA C KOKIOI 13 KOHILIEHTPALUii pacTBOpa IM30LMMa
cocraBuio 40 MuH, a Bcero 6p110 3ammcado 120 sxcrosuumii (o
40 151 KQXXJ0M 3 TpeX KOHL[EHTPAINit).

lgI, otren.
1910
1.745
1.580
1415
1.250
1.085
0.9200
0.7550
0.5900
0.4250
0.2600
0.09500
-0.07000
-0.2350
-0.4000
-0.56350
-0.7300

NaCl24

+NaCll8

2

Lys20

Puc. 10. MnmencusHocmo paccesanus (usem) 6 3a6UCUMOCU OM 8eKIMOPA PACCETHUS
U epemeHU, NOLYyUeHHAS 0N Cepuu Pacmeopos nuzouuma konuenmpavuu 20 me/mn c
pasnuunbimu KoHueHmpavuamu ocaoumens (0-24 me/mn) (UHMeHCUBHOCMU NOLYHeHDbL
nocne GLIMUMAHUS COOMBEMCMEYIOWUX CcueHanos Oydepa). CnaowHbiMu TUHUAMU
NOKA3AHbL YPOSHU 00UHAKOBOL UHIMEHCUBHOCTIUL.

Ha puc. 10 npuBeneHsl [ByMepHble KOHTypHBbIe Tpaduki,
IIOJTy4eHHbIe NPy M3MEpPeHNM HOTHON MapTUM pacTBOpa INU30-
urMa 20 Mr/MI ¢ pasIMYHBIMU KOHIEHTPAUVSAMM OCAfiUTeNs
(0-24 mr/mn), Te 1[BETOM MOKa3aHa MHTEHCUBHOCTD PacCesHUs
(rocre BBIYMTAHNSI COOTBETCTBYIOLIEro curHana 6ydepa) B 3a-
BUCMMOCTY OT BEKTOpa pacCessHNs U BpeMeH!. XOpOIlo BUTHO,
YTO CTAOMIM3ALUSA PACTBOPOB MPOUCXOAUT MOCTIE TMATON MU-
HYTBI OT Hayaja. TUINYHbIE pe3yNbTaTbl SKCIIePUMEHTAIbHBIX
TaHHBIX PacCesHM MM30LVIMA U TU30IMa C OCaJuTeNIeM M MO-
JeNbHble KPUBBIE IIPE/ICTaB/IeHbI Ha puc. 11.
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Puc. 11. Pesynomupyrougue (6viumenHvle) sKChepumMeHmanvHvle KpUsble UHIMEHCUBHOCMU
MYPP (mouxu) u modenvHote kpusvte (nunuu), paccuumanmovie npozpammoti OLIGOMER,
om pacmeopos nusoyuma ¢ KoHuenmpavueii 10 me/mn (a), 20 me/mn (b) u 40 me/mn
(¢c). Konyenmpayus ocadumens NaCl mensanaco om 12 0o 24 me/mn (c wiazom 6 me/mn).
Kpusvie cmeuervt no eepmurany 05 ayuuieti 6u3yanusayuu. Vismepenus 6vinonxervt 8
NPOMOUHOL MHOZOKAHAILHOL MUKPOPIIOUOHOI suetike npu memnepamype 20°C.

B pesynbrate 00pabOTKM 3KCIIEPUMEHTA/IBHBIX NAHHBIX C
UCIIO/Ib30BaHMeM KPUCTA/UIOrPaguIecKux MOJieseil OIMroMepos,
BBIJJE/IEHHBIX U3 CTPYKTYPbl KPUCTA/UIA JIM30LMMA TE€TPAaroHaIb-
HOJI CUHTOHUY, ObUI HONyYeH OJIMTOMEpPHBI COCTaB PAacTBOPOB
NM30LMMA ¥ JIM30LYIMA C OCAIUTeNIeM XJIOPUAOM Hatpust. Papuyc
VHepLuu (Rg) YaCTULL, IPUCYTCTBYIOIIVX B KPYCTa/IN3aLIVIOHHBIX
pacTBOpax JIM30LYMa U JIM30LMMA C XJIOPUIOM HATPMs, YBEIIN-
BAeTCs IPY OOAB/IEHNI OCATUTENIS C Rg=1.41¢0.03 HM (6e3 ocamu-
TeJIsA) IO Rg=2.53¢0.04 HM (1py gob6aBeHnu 24 Mr/MI OCafIUTest

NaCl), uto yxaspiBaeT Ha 0Opa3oBaHue
0oree KPyIHBIX YacTUL] B PAacTBOpE JIM-
30L[1IMa C OCajiuTeneM. VICIonb3oBaHue
KpucTa/yorpadyeckux Mofpeneit — au-
Mepa, TeTpaMepa, IeKcaMmepa, OKTaMe-
pa — mpu 06paboTKe IKCIIEPUMEHTAIb-
HbIX JAHHBIX II03BOJIVJIO OIIPEE/TUTD THII
OJIUTOMEPOB 1 0O'beMHBIE JOMV KaXK/JOTO
U3 TUIOB OJINTOMEPOB, COMEP>KAIIMXCS
B pacTBOpax. B pactBope nmmsormma 6e3
ocazurensi obHapyxeHo 100% MoOHOMe-
POB, @ B pacTBOpe /IM30LMMA C OCAV-
Te/leM OOHApY)KeHbI OKTaMepbl ¢ 00b-
eMHBIMI JO/IIMU B [mamasoHe oT 1.3%
no 10.9%, a TaxKe ObUIM OOHApY>KEHBI
AVIMepbI C 00 BEMHBIMY JO/LIMY B JJarIa-
30He 0T 0.8% 10 2.0%. [Tpu aTom He 0OHa-
PYXXEHO HPUCYTCTBME NPOMEXYTOUHBIX
OJIUTOMEPOB, TAKUX KaK TeTpaMephbl U
rekcamepbl 1 6ojiee KpYIIHbIE OJIATOMe-
pbL. PesynbraThl ananmsa ganHbx MYPP
pefiCTaB/IeHbl B mMaon. 1.

TenpeHuMs yBenudeHns JOMU OK-
TaMepoB IIPY YBEeMIEHNN KOHIIEHTpa-
it 6eka mmbo ocamuTe s HaXOMUTCA
B COITIACUU C paHee MOTyYeHHBIMU pe-
3y/lIbTaTaMy Ha CTAHJAPTHBIX KBaplie-
BBIX Kamwuisapax [30].

BriBoabl

PaspaboTaHbl  IUIOCKONApajIeNb-
Hble STYEKM MUKPOOOBeMa ISl IPOBe-
IeHUA CTPYKTYPHBIX UCC/IENOBaHMII pac-
TBOpoB MeTogoM MYPP ¢ mcnonmbsosa-
HIEM CMHXPOTPOHHOTO u3mydeHus. Ilpu
VICTIO/Ib30BAHUN S14eeK C IUIOCKONapas-
JIEJIbHBIMIL  OKHaMI YIaJ/IOCh I/I36e)KaTb
obpasoBaHus apreakToB Ha JIByMep-
HOJI KapTMHe pacCesiHus, KaK B CTydae
VICIIO/Ib30BaHNs  KallW/ULApa, YIYydIINUTDb
Ka4€CTBO SKCIIEPMMEHTA/IbHBIX NTAaHHDBIX
MYPP 6e3 He0OXOAMMOCTH YCIOKHEHNS
npouenypbl 06paboTku fmaHHbIX. KoH-
CTPyKOUN A4Y€E€K IIO3BOMMIN YIYydIINUTD
COOTHOILIIEHVA  «CUTHA/I-IIyM»  Ooree
Y€M Ha IOpANOK, IIOABUIACH BO3MOXK-
HOCTb YMEHBIINTb BPEMA IKCIO3MLNN
B 10 pa3 6e3 CyleCTBEHHOI IIOTEpY Ka-
yecTBa KpuBbIx MYPP, a Taxxke mccre-
[IOBAaTh CUIBHO IOIJIOLIAOIE U C1abo
paccenBaromue o6pasupl. CokpalieHne
BpeMeHI 3KCIO3ULINY, B CBOIO O4Yepeib,
MO3BO/I/IO  TIPOBOAUTD  MCCTIEHOBAHNS
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Tabnuua 1. Paduycu unepyuu u 06vemHuie 00U MOHOMEPOB, OUMEPO8 U OKMAMEPOB 0715 KPUCMANAUSAUUOH-
Holx pacmeopos nuzoyuma (10, 20 u 40 me/mn) 6e3 ocadumens u ¢ dobasneHuem 0ca0Umesnss XA0puda Hampus
(12 me/mn, 18 me/mn, 24 me/mn). Ykazarvl KoHeuHble KOHUEHMPAUUU Beu4ecme 8 kamepe 00pa3ua

AL DL UL [lons moHoMepoB, o, | Hlons okTamepos,
nu3ouuma, ocaputens % Nons pumepos, % %
mr/mn NaCl, mr/mn
10 0 1.41£0.03 100 0 0
10 12 1.69+0.03 98.7£0.5 0 1.3£0.1
10 18 1.72£0.03 98.4+0.5 0 1.620.1
10 24 1.85£0.03 97.620.5 0 2.4+0.1
20 0 1.42+0.03 100 0 0
20 12 1.80£0.03 96.4+0.5 1.8+0.1 1.8+0.1
20 18 2.04+0.03 94.5+0.5 1.720.1 3.8+0.1
20 24 2.16+0.03 93.1£0.5 1.8+0.1 5.10.1
40 0 1.43+0.03 100 0 0
40 12 1.94+0.03 96.6+0.5 0.8+0.1 2.6x0.1
40 18 2.43+0.03 89.9+0.5 1.2+0.1 8.90.1
40 24 2.53+0.03 87.1£0.5 2.0+0.1 10.940.1
OVHAMUKN HpO]_[eCCOB, HpOI/ICXOJI}I]J_H/IX n I/I36aBI/IT oT apTe(l)aKTOB HepeMeIIII/IBaHI/IF[ I 3aMeleHNA CTa-
TIPY 3aIIO/THEHNN AYEKI. poro o6pasua HOBbIM. bosbias nHTeHCUBHOCTD CY M3TydeHns
B HepCHeKTI/IBe J19)828 60]166 MHTEH- IIO3BOJINT €lle CUJIbHEE COKPaTI/ITb BpeMH 9KCIIO3UNLINN. Hap;my
CUBHBIX MCTOYHMKOB CU TpeTbeFO n C BI)IIIIerIepe‘{I/ICHeHHI)IMI/I BbII/IFpI)IHIaMI/I, BCe€ 3TO JacCT BO3MOX-
quBepToro ITIOKOJ/IEHU A (paSMepr Hy‘{— HOCTb UCCIEeJ0BAaTh JII/IHaMI/[Ky XVMNYECKUX l'IpOI_IeCCOB.
ka 0.20x0.05 MM Ha obpasije) pasMepbl
KaMepbl 06pasiia MO>KHO OyeT yMeHb- Bnazooapnocmu. ViccnenoBanme BBIIONMHEHO Npu prHaH-

LIINTh BIUIOTH [IO OMaMeTpa BXONHBIX  coBoil moamepkke PODN (mpoekt Ne19-29-12042) u npu mop-
KaHaJIOB. DTO He TO/IbKO JIACT BBIMTPBIII  Jep>KKe MUHMCTepCTBa HayKM U BBICIIETO 0Opa3soBaHMA B paM-
B 00'beMe VICIIO/Ib3yeMbIX 00pasIloB, HO  KaX BBIIOMHEHVs paboT 1o rpanty Ne075-15-2021-1363.
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Abstract

Microvolume cells for studying the structure of solutions by the SAXS method using synchrotron radiation
have been designed and created. The cells were tested at the BioMUR station of the Kurchatov synchrotron radiation
source. A comparative analysis of two-dimensional small-angle scattering patterns from a standard capillary and
from the developed cells has been carried out, which showed a significant improvement in the quality of SAXS
experimental data without the need to complicate the data processing procedure when using cells instead of
capillaries. The possibility of studying strongly absorbing and weakly scattering samples, as well as the dynamics
of SAXS scattering curves for solutions is shown.

Keywords: synchrotron radiation, small-angle X-ray scattering (SAXS), lysozyme, potassium dihydrophosphate
(KDP), solution, saturation.

*The work was financially supported by RFBR (project 19-29-12042).

Images & Tables

[ —

Fig. 1. Drawing (left and center) and photo (right) of the monolithic type microfluidic cell holder: 1 - base; 2 - clamps of the rolling pin system; 3, 4 - rolling
pin system; 5 — supporting L-shaped brackets; 6 — locking screws; 7 — heat-exchange table.

Fig. 2. Image of the first (a), second (b) and third layers of a composite-type microfluidic cell.

a b c

Fig. 3. Schematic representation of open (a), single channel (b) and dual channel (c) cells.
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a

a b C d

Fig. 5. Multichannel microfluidic measuring cell: a - base; b - X-ray transparent window; c - cell body; d - clamping platform.
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Fig. 6. Experimental SAXS curves of films of different thicknesses: 1 - Hampton Research cover film with adhesive layer (50 um); 2 - fluoroplastic (9 um);
3 - Decolux polyethylene terephthalate (65 um); 4 - polystyrene (220 um); 5 - kapton with adhesive layer (45 um); 6 - cycloolefin copolymer with adhesive
layer (50 ym); 7 - PCR film (100 um); 8 - condenser polystyrene K7-14 (30 um); 9 - polystyrene (50 um); 10 - Ibioli (180 um); 11 - mica (40 um);
12 - polymer (1.25 mm); 13 - polyethylene terephthalate (13 ym); 14 - kapton (45 um); 15 - polypropylene (25 um); 16 — mylar metallized (13 ym);
17 - polylactide (90 um); 18 — mica for AFM (75 um); 19 - condenser polystyrene K71-4 (23 um); 20 - cycloolefin copolymer (50 um); 21 - condenser film
(8 um); 22 - mylar (10 ym); 23 - Hampton Research cover film (45 um).
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sample
holder

SR beamh ~~~~~~~~

detector

Fig. 7. Scheme of artifacts occurrence on the detector during imaging in the capillary. Section AB - radiation scattered to the sample, not absorbed by the
sample; section BC - radiation provoked by the effect of total external reflection of scattered radiation from the capillary walls.
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Fig. 8. Schematic representation of a two-channel cell with a diamond-shaped reservoir (a); schematic representation of a monolithic two-channel cell with
a diamond-shaped reservoir (b). Polystyrene microfluidic cell with four inlet and one outlet channel (c). Samples were loaded only through the two inlet
channels. To visualize the result of solution mixing, yellow and blue dyes were used, mixing of which produced a green solution in the measuring tank.

lel relunits
—— Lyx30 capillary 300
m— Ly20, MF-cell |, 300
2 Lys20, MF-coli 60
G
1
i [
-4 4
23 1
1 2 3 & 5
s, om "’
a b

Fig. 9. Experimental small angle X-ray scattering (SAXS) curves from lysozyme solution using a microfluidic cell (BioMUR station). The curves are offset
from each other on a vertical scale for better visualization. Protein concentrations: 10, 20, 30, 40, 60 mg/mL (numbering goes in the direction from top to
bottom). Experimental SAXS intensity curves from a solution of lysozyme (20 mg/mL) with NaCl (5 mg/mL) - at 300 s exposure in the capillary (red), in
the microfluidic cell (blue), and when the exposure was reduced to 60 s (blue).
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Fig. 10. Scattering intensity (color) as a function of scattering vector and time obtained for a series of solutions of lysozyme concentration 20 mg/mL with
different concentrations of precipitant (0-24 mg/mL) (intensities obtained after subtracting the corresponding buffer signals). Solid lines show levels of the
same intensity.
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Fig. 11. Resultant (subtracted) experimental SAXS intensity curves (dots) and model curves (black lines) calculated by the OLIGOMER program from
lysozyme solutions with concentrations of 10 mg/mL (a), 20 mg/mL (b), and 40 mg/mL (c). The concentration of NaCl precipitant was varied from 12 to
24 mg/mL (in steps of 6 mg/mL). The curves are vertically shifted for better visualization. Measurements were performed in a flow-through multichannel
microfluidic cell at 20°C.
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Table 1. Radii of gyration and volume fractions of monomers, dimers and octamers for crystallization solutions
of lysozyme (10, 20 and 40 mg/ml) without precipitant and with the addition of sodium chloride precipitant

(12 mg/ml, 18 mg/ml, 24 mg/ml). The final concentrations of substances in the sample chamber are indicated
Precipitant

Concentration of Volume fraction Volume fraction Volume fraction

concentration NaCl, \
lyzosyme mg/ml mo/mi of monomers, % of dimers, % of octamers, %
10 0 1.4120.03 100 0 0
10 12 1.69+0.03 98.7+0.5 0 1.3+0.1
10 18 1.72+0.03 98.4+0.5 0 1.6+0.1
10 24 1.85+0.03 97.6+0.5 0 2.4+0.1
20 0 1.42+0.03 100 0 0
20 12 1.80+0.03 96.4+0.5 1.8+0.1 1.8+0.1
20 18 2.04+0.03 94.5+0.5 1.7+0.1 3.80.1
20 24 2.16+0.03 93.1£0.5 1.8+0.1 5.1£0.1
40 0 1.43+0.03 100 0 0
40 12 1.94+0.03 96.6+0.5 0.8+0.1 2.6+0.1
40 18 2.43+0.03 89.9+0.5 1.2+0.1 8.9+0.1
40 24 2.530.03 87.120.5 2.00.1 10.9+0.1
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MeTopmomornsa KOMIUIEKCHBIX MICCTeOBAaHNII MIHEPaTbHBIX
MHOT0(}a3HBIX MCTOPUIECKUX MATEPUATOB*

E.IO. Tepewierxo, A.M. Anmunun, A.JI. Bacunves, B.K. Keapmanos, A.B. Manopvikuna,
I1.B. Iypvesa, E.C. Kosanenxo, A.JO. /Io6oda, C.FO. Monaxos, [I.B. JKypasnes,
3.A. Xaiipeounosa, O.A. Anexceesa, E.b. Ayuwmuna

puMeHeHne MeToL0B COBPEMEHHOr0 mMaTtepuarnoBefieHns K 00beKTam KyrbTYPHOTO Hacnenus nossonser
NosTy4nTb MPUHUMNNANBHO HOBYK MHADOPMALMIO 00 WCTOPUYECKUX MaTtepuanax, Heo6xoAumylo And peLleHus
KaK (pyHOAMeHTasbHbIX 33724 UCTOPUW U apXeonoruun, Tak 1 NpPUKNagHbIX BOMPOCOB COXPAHEHU NMaMATHUKOB
KYNIbTYPbI 1 UICTOPUN.

MpennoXeH KOMMMEKCHbIA NOAXOA K MyNbTUMACLUTaOHbIM MCCNELOBAHUAM KePaMUYECKUX UCTOPUYECKMX
MaTepuasnos, 0OCHOBAHHbI HA COYETAHWNI MHTErPaNbHbIX U NOKaNbHbIX (ON3NKO-XUMUYECKIUX CTPYKTYPHBIX METOA0B
marepuanoBefeHns N pa3paboTaHHbIA NS U3YYeHUs TapHOW aHTUYHOM Kepamuku. Mosyqaemas COBOKYMHOCTb
Makpo- U MUKponoKasarenein (pasmepbl U KONMYECTBEHHOE COLEpXKaHWe BKOYEHUIA 1 Nop, MUHEPaNornyeckui
1 3MIEMEHTHbI COCTaB ECTECTBEHHbIX WU UCKYCCTBEHHbIX NMPUMECEA U T. [.) NO3BONAET BbIABMATL MapameTpbl,
CBOWCTBEHHbIE 4N1F U3LENNA U3 PasnNYHbIX NPON3BOACTBEHHbIX LIEHTPOB, TaK Kak COAEPXMT MHOpMaLnio 0
cneunduke NUCNoNb3yemblX MaTtepuanoB U O0COOGEHHOCTAX TEXHONOrMW W3rOTOBNEHWUA W3y4aeMblX 0ObLEKTOB.
[aHHbIA nofxon nokasan CBOKW 3(MEKTUBHOCTb [N1A WCCEL0BaHUA He TOSIbKO Kepamuku, HO W Apyrux
MHOro(asHbIX MUHEPaNbHbIX KOMMO3UTHLIX MAaTepuanos pasinyHbiX 3M0X — B YACTHOCTW, aHTUYHON PUMCKOR
KPacHOMaKOBOM CTOMOBOW mocydbl (terra sigillata), CcpesHEBEKOBLIX CTPOMTENbHLIX MATepuanosB — Kepamuku
(4epenuLbl), pacTBOPOB M LUTYKATYPOK.

KntoyeBble cnoBa: UCTOPUYECKOE MaTepuarnoBefeHne, Kepamuka, CTPOUTESbHbIE PacTBOPbI, PEHTreH0()a30BbIN
aHan13, Macc-CneKTPOMETPUS, PEHTIEHOBCKas TOMOrpagus.

*Paboma evinontera npu gunarcosoti nodoepicke PODU (npoexm Nel7-29-04201).

{ TEPELLIEHKO 4 AHTUNWH BACWUJIbEB KBAPTAJI0B
Enena HOpbeBHa Anekcaupp Anekcanpp Bnagumup
HIL| «KypyatoBckui = MakcumoBuY JleonupoBuy bopucoBuy
VHCTUTYT> HUL «KypyaToBckuit HWL| «Kyp4aTosckuin HUL «Kyp4aTosckuin

VHCTUTYT» NHCTUTYT» WHCTUTYT»

MAHIPbIKUHA 'YPbEBA KOBAJIEHKO JIOBOJJA
AHactacus Monuna Ekatepuna AHacTacus
BukTopoBHa BukTopoBHa CepreeBHa HOpbeBHa

~ HUL «Kyp4atosckuii HIL «KypyaToBckuit HIL| «KypyaToBckuii L HULL «KypyaTosckui
VHCTUTYT» VHCTUTYT» NHCTUTYT» e HCTUTYT>
XYPABJIEB XAWPEQIVHOBA AJIEKCEEBA AUNLLWHA
[enuc dnb3apa Onbra EkaTepuHa
Banepbesuy AingepoBHa AHatonbeBHa bopucosHa
[ocynapcTBEHHBIN WNHeTuTyT anpektop ®HNLL HUL, «KypyatoBckuit
VCTOPUYECKNIA My3eM, apxeonorun Kpbima «Kpuctannorpacus VHCTUTYT»
HWL «Kyp4atoBckuii PAH 1 hoToHMKa» PAH
VHCTUTYT» e HIL| «KypyaToBckuit
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BBenenne

Cpenyt JOMUHUPYIOIIMX T€HCHIVII Pa3BUTNSI COBPEMEH-
HOII HayKu 0c060e MeCTO 3aHMMaeT MHTETPALs eCTeCTBEHHO-
HAy4YHOTO 1 TYMaHMTApHOTO 3HAHMA B PA3IMYHBIX OOTACTAX
HayKu. VIcXopis m3 TOro, 4TO OfMH M3 OCHOBHBIX TUIIOB MICTOY-
HIKOB, Ha KOTOpbIe ONMpaeTcA MCTOpUYecKas Hayka, — MaTe-
PMAIbHBII, KpaiiHe BayKHBI M aKTYa/lIbHbI CCIEOBAHM Bellle-
CTBEHHBIX CJIEfIOB [IeSITeNIbHOCTY Ye/IOBEKA B Pas/INIHbIe SIOXIL.
CoueraHye MCCIEJOBAHNIT €CTeCTBEHHO-HAYYHBIMY METOAMU
MaTepuasoB, 13 KOTOPIX CO3[aHbl apTe(aKThl, C METOLAMU JIC-
TOPUYECKOTO MCC/IEJOBAHNS 3HAYUTENbHO JJOTIO/IHACT U IOBBI-
maeT MH(GOPMALMOHHDIA MOTEHI[MaT 00BEKTOB KY/IbTYPHOTO
Hacnenus. [TomyueHHble TaKMM 06pa3oM HOBbIE 3HAHUSA O KYIIb-
TYPHBIX, TEXHOJIOTMYeCKIX, TOPTOBBIX, MK YHAPO[HBIX CBA3SIX
HAapOJIOB 1 TEPPUTOPMUIL B pasINIHble UCTOPUYECKIE HePUOIbI
UMeIOT 60JIbIIIOe 3HaYeHe He TOIbKO JIs pelleHNs GpyHIaMeH-
Ta/IbHBIX U NPUK/IAJHBIX 3a/1a4 MICTOPUY, ApXEO/IOTUN U My3ee-
BeJleHsI, HO 1 711 6071ee I/I06aIbHBIX IPO6/IeM NCTOPUYECKOTO,
KyZIbTYPHOTO CaMOOIIpefie/IeHIsI HApO#oB 1 rocygapcrsa. Kpo-
Me TOTO, 3y4eHNe MaTePLajIOB IPON3BENEHNI ICKYCCTBA ecTe-
CTBEHHO-HAyYHBIMU METOLAMI B COUYETAHNM C UCKYCCTBOBeYe-
CKVM aHA/IM30M II03BOJIET PellaTh Le/Iblil P/ CIOXKHBIX 3ajad
HAY4YHOJ pecTaBpaLli.

B Hacrosiee Bpems (yHiaMeHTaIbHbIE U IPUK/IA/{HbIE 3a-
Ia4y COBPEMEHHBIX MCCIeNOBAHUIT CTOPUIECKMX MATE€PUATIOB
BK/IIOYAIOT B ce0A He TONbKO YTOYHEHNe TeXHOIOTWI, UCIIO/Ib-
30BAaHHBIX [JPeBHMMM MacTepaMll, HO 1 OIIpefeieHNe IIPONCXO-
JKIEHUA ChIpbA [/Is YCTAHOB/IEHNA MeCTa IIPOM3BOACTBA 1/WIn
OBITOBaHMs IIPEIMETOB, BBIAB/IEHNE TEXHOIOTMYECKIX 0COOEH-
HOCTel1, XapaKTePHBIX /I ONIPee/IeHHOTO Byuja 00'beKTOB WK
IPOV3BOJCTBEHHBIX IIEHTPOB, aHAIN3 COXPAHHOCTHU, BHIOOP
KOPPEeKTHBIX PeCTaBPALMOHHBIX M KOHCEPBALMOHHBIX Mepo-
NPUATUI U TIP.

Ilenecoo6pasHOCTh MpUMEHEHMsI TOTO WM MHOTO MeTOZa
oIpefensieTCs IOCTABIEHHON 3ajjadeil 1 M3y4aeMbIM MaTepua-
JIOM, TO eCTb TpeOyeMbIM HaOOpOM NaHHBIX, HEOOXOAVMMBIM U
DOCTAaTOYHBIM [IJISl IOTYy4eHMS HOBBIX MICTOPUKO-TEXHOJIOTMYe-
CKUX JJaHHBIX. TaK, IpM N3y4eHNN OTHENbHbIX IIPEMETOB YaCTO
aKLEHT JeMaloT Ha UX VHAVMBY/YaIbHble TeXHOTOTMYECKNE 0CO-
O€HHOCTY U COXPAaHHOCTb, YTOUHEHVe aTpUOyLVM, B TOM YNCIe
U1t pecTaBpaluu. B To ke BpeMs IIpu UCCIeTOBAHUAX OOJIBILIO-
r0 KO/MM4ecTBa 00BEKTOB OOBIYHO pelIaloT 6ormee QyHHaMeH-
Ta/IbHbIE 33/ja4ll, CBA3aHHbIE, HAIIPUMep, C aHA/IM30M Pa3BUTHUA
IPEeBHMX TEXHOJIOTUII, KYIbTYPHBIX ¥ TOPTOBBIX OOMEHOB pas-
JIMYHBIX HAPOJIOB B ICTOPUYECKOI PETPOCIIEKTUBE.

B 2017-2021 rr. B paMKkax nmpoekta PODV Ne17-29-04201
«KoMII1eKcHbIe ecTeCTBeHHO-HayYHbIe UCCIEeN0BaHNA AaHTUYIHO-
ro KepaMMYecKOro MaTepyaja U3 TOProBbIX LieHTpoB IIpuuep-
HOMOPBSI» ObUI IIPETIOXKEH M OTPAbOTaH KOMIIIEKCHBIN TOAXO0]
K €CTeCTBEHHO-HAyIHBIM JCCTIeJOBAHUAM KepaMUYeCKUX apTe-
¢dakToB Ha MpuMepe PparMeHTOB AHTUIHBIX aMGOp C K/IeIMaMMI
VI PUMCKOJ KPaCHOJIAKOBOJ CTOIOBOJ ITOCY/bl Pa3/IMYHbIX IIPO-
M3BOJICTBEHHDBIX LIEHTPOB, a TAK)Ke CPEHEBEKOBOII KPOBEIbHOI

kepamuku. ITpu ero paspaboTke 6bUIN
IpOaHa/IN3MPOBaHbl Haubomee YacTo
BCTpEYAIOLINeCs 3a/Iaull MCCIeJOBAHN
MICTOPUYECKOI KepPaMMKM — JIOKaIn3a-
IV IPOUCXOXKIEHNS, BBIABJIEHME OCO-
OEHHOCTY peLeNTypbl KepaMuuecKoi
OCHOBBI, YTOYHEHNUE TeMIIepaTypbl 00-
XKUTQ, ONpefie/ieHNe TEXHUKN M3TOTOB-
JIeHUs U TIp.

Crerpnduka n3y4aeMoro Marepyana
¥ HeOOXOAMMOCTD HOJTy4IeHVsI pa3HOMAc-
IITaOHBIX XapaKTEPUCTUK KePaMUIeCKIX
MaTepuajioB  OIpPENeTIN  HeOOXOMV-
MOCTb UCIIOTIb30BAHVSI VMHTETPA/IbHBIX,
IJIABHBIM  00pasoM, PEHTT€HOBCKUX U
CUHXPOTPOHHBIX  (peHTreHo(]a3oBbIi
aHaJIM3, PeHTTeHO(TYOPeCIieHTHDIII aHa-
U3, MacC-CHEKTPOMETPUs C MHYKTUB-
HO-CBSI3aHHONM IUIa3MOM) M JIOKaIbHBIX
(onTHyeckass MUKPOCKOINUS, PacTpoBasi,
IPOCBEYMBAOLIAS U IPOCBEYMBAIOLIASL
pacTpoBast 97MeKTPOHHAsE MUKPOCKOIIS C
SHEPrOfIYICIIEPCYOHHBIM PEHTTE€HOBCKIM
MUKpPOQHA/IM30M) MeTOIOB [1].

B manbHelimeM, 1Mo Mepe paciun-
peHMsl Kpyra M3yd4aeMbIX 00bEeKTOB, B
YAaCTHOCTM, IIPU M3YYEHUV AHTUYHON
KPaCHOJIAKOBOJI TOHKOCTEHHO ITOCY/IbI
U CPeHEBEKOBBIX CTPOMTEIbHBIX pac-
TBOPOB KOMIUIEKCHBIII ITOAXOR OBLI 10-
IIO/IHEeH PEHTTeHOBCKOI ToMorpaduei
¥l KPYITHOMACIITaOHBIM PeHTIeHO(ITyO-
PECLIeHTHBIM KapTupoBaHueM. Takas
COBOKYITHOCTb METOJIOB ITO3BOJII/IA HE
TOJIPKO OIpefeIUTb OCHOBHBIE Xapak-
TEPUCTUKU CPEJHEBEKOBBIX CTPOMUTENIb-
HBIX PaCTBOPOB 13 PACKOIIOK Ha IIATO
Ackn-Kepmen (KpbpiM), HO 1 BBIABUTD
0COOEHHOCTHU TIPOM3BOACTBA psifia 00-
pasioB [2], a Tak)Ke 0COOEHHOCTH TIPO-
U3BOJICTBA psifja 00pa3LioB KPACHOMIAKO-
BOIL ITOCYAHI [3].

B pa6ote mpencraBieH o630p uc-
CTIe[IOBAHMIA, BBIIIOJIHEHHBIX B XOfie pa3-
BUTHsA METOfJOJIOTMY MY/IbTMMACIITA0-
HBIX VICC/IEOBAaHMII UCTOPUIECKUX KOM-
HIO3UTHBIX MUHEPA/IbHbIX MaTepHasIOB.

IT1ansl pa3BUTIA KOMIUIEKCHOTO
moaxoaa

Ha nepsoMm sTane pasBuTusA KOM-
IJIEKCHOTO IIOfIXOla OCHOBHBIM 00'beK-
TOM MCCTIelOBaHNA OBbUI MaTepya aH-
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TUYHBIX aM(Op, NUMEIOIUX KJIeiiMa pa3-
JVYHBIX IPOM3BOICTBEHHBIX LEHTPOB
Yepnoro mopa u CpennseMHOMOPbA,
13 HAXONOK Ha Teppuropun Kpeima n
Kpacnopmapckoro kpas. Bei6op takoro
posa 06BEKTOB GBI 0OYC/IOBIEH TeM,
YTO MACCOBBIII XapaKTep TOHYAPHOTO
IIPOM3BOJCTBA, BBIABJICHHBIE apXeo-
JIoraMy 3aKOHOMEPHOCTM W3MEHEHU:A
($bOpMBL 11 TeKOpa COCY/IOB PA3IITYHOTO
Ha3HA4YeHNs, HAIIpMMep, BbICOKas CTe-
IIeHb UX CTaH/AAPTU3ALUN B AHTUYHBIN
Iepnof, Hapsgy C MCKIIOYNTe/IbHON
CTEIIeHbI0 COXPAHHOCTHU KepaMIIeCcKo-
rO MaTepusa B Pa3INyHBIX IPUPOJHBIX
YCIIOBUAX, HenaeT U3JeNns U3 KepaMu-
KJ Ba>KHBIM XPOHOJIOTMYECKUM M 3KO-
HOMMYECKNMM MapkepoM. OrpoMHbIl
MacCUB COXPAaHUBIIUXCA OOBEKTOB
II03BOJIIET NCIIO/Ib30BaTh KepaMuie-
CKUe U3JeNNs [Tl JaTUPOBKM, AHAIN3a
TOPTOBBIX U KY/JIbTYPHBIX CBs3eil pas-
JIVYHBIX PETMOHOB B MIMPOKNX UCTOPU-
JeCKMX paMKax. B To >xe BpeMs aHanus
9KOHOMUIYECKUX CBsA3€il 3aKOHOMEpPHO
TpebyeT OIpefe/ieHus IeHTpa Ipo-
U3BOJCTBA TAPHBIX COCYHOB, /A 4Yero
YacTO  JCIONAB3YIOT — KepaMMuecKue
KJIeJIMa, Pa3BepHYTbIe KaTa/loOru KOTO-
PBIX CO3MAIOTCA apXeojoraMu Ha IIpo-
TSDKEHUY JJINTeNIbHOTO BpeMeHu [4-6].
Hepenxo mpu msydeHmm ¢parmMeHTOB
TAapHOJ KepaMMKM YIacTKM KOpITyca C
KJIe/IMaMM He COXPAHSIOTCA WIN Heflo-
CTYIHBI 151 0TOOpa 1pob, Torxa mnepen
UCCIeIOBATEeIAIMY  BCTaeT IpobreMa
[OCTOBEPHON MAECHTUPUKAIMN THUIIA
u3genus M ILeHTpa IIPOu3BOACTBA. B
KadecTBe KpUTepHeB BBICTYNAIT MOp-
¢donorusa ¢pparMeHTOB 1A BOCCTAHOB-
neHys GOPMBL, a IIBET IIVHbI, BUAVIMbIE
BK/IIOYEHNS U IIPUMeCU — I UIeHTU-
¢dukanyy cnenn@u4ecKoi perenTypsl.
[ 6oree HOCTOBEPHBIX Pe3yIbTATOB
IIPUB/IEKAIOTCS eCTeCTBEHHO-HAy4HbIe
UCCNIeNOBAHNA INMH UM WU3JeIUil u3-
BECTHOTO Ipoucxoxpenus. Hapo ot-
METUTb, YTO CYLIeCTBYIOILINME Pa3po3-
HeHHble IaHHbIE O COCTaBe AaHTMYHBIX
KepaMIYeCcKUX U3Je/Nii, B TOM 4YKCIIe,
obnapyxuBaembix B Kpoimy n B Kpac-
HOJAPCKOM Kpae, He BCerfa I03BOJLA-
10T COIIOCTAB/IATb PabOThI Pa3INYHBIX
HAYYHBIX TPYNI IPU CUCTEMATU3ALNN
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($U3NKO-XMMITIEeCKUX ITapaMeTPOB KePpaMMKY Pas/INMIHOTO IIPO-
VICXOXKJEHNUA, B YACTHOCTI, CPEAN3EMHOMOPCKOTO MMIIOPTA.

IIpu paspaboTke MeTOZONOTMY KOMIIIEKCHOTO IIOAXOJa
KepaMMKa pacCMaTpUBaNach KaK CIOKHOCOCTaBHOM MHOTO-
¢dasHpIl MaTepuan. ITO CBA3AHO C IENBIM PAOM (aKTOPOB.
Bo-nepBhIX, ee IIMHSAHAsA OCHOBA caMa IO cebe SIBIAETCS MHO-
TOKOMIIOHEHTHOI1, YaCcTO codyeTas pas3aMyHble IIMHICTBIE MU-
Heparbl, CIONCTasA CTPYKTypa KOTOPBIX [7, ¢. 26; 8, c. 61-62]
II03BO/IAET HAKAIUIMBATh Pa3HOOOpa3HbIe MMKpolpuMmecn (Ka-
THOHBI), COIEp)KaHNe KOTOPBIX OIpefeNAeTcs He TOMbKO YCIIO-
BuAMU (POPMUPOBAHMSA I/IMHNCTBIX IUIACTOB, HO U COCTaBOM
BBIILIeJIeXKAIMX [TOYB, BOABI U T. IL. [9, c. 48-52, 67-141]. Kpome
TOTO, B COCTaBe IIMHAHBIX IJIACTOB BCTPEYAIOTCA €CTECTBEHHDIE
OpraHMYecKyue ¥ MIHepaIorn4ecKyie BKIOUeHNs, TaKXKe OIpe-
menseMble yenoBuAMY ¢opMmuposannd e [9; 10, c. 14-20].
Bo-BTOpBIX, B 3aBUCHMOCT OT UCTOPUIECKOTO IEePIOfa, Ha3Ha-
JeHISI KePAMIYeCKOTO M3/e/IS U MCIO0/Ib30BaBIINXCS TEXHOIO-
IMil IpeBHIEe MacTepa BBOAWIN B COCTaB KEPAMUYECKOTO TeCTa
VICKyCCTBEHHBIe J0OaBKM (OTOLIMTENN) B BUJE MIaMOTa (Ipo6-
JIeHOTI 0O0XX)KEHHOI I/INHBI, TO eCTh M3MeTb4eHHbIX KepaMude-
CKUX VU3JIeNUit), IPecBbl (M3Me/IbYeHHOTO KaMHsI), TOTYEHBIX pa-
KOBJH, ITeCKa, OPTraHNYeCKIX KOMIIOHEHTOB 1 11p. [11, c. 52-56;
12, c. 89-92].

Vcropus wusydeHmsa KepaMmdecKux apTedakToB ecTe-
CTBEHHO-HAyJYHBIMYM METOJAaMM HacuyMThiBaeT Oomee 70 mer —
HaunHas ¢ 1950-X rogoB [jisl MX UCC/IeNOBaHUSA UCIIOTb30BaIN
METOABl ONTUYECKON MMKPOCKONNM (B TOM 4YMCIe HeTporpa-
¢um) m MeTompl aHaMM3a COCTaBa (HAIpUMep, OITUYECKYIO
39MICCUOHHYIO ciekTpockomnuio) [13]. Tlo mepe pasBuTns meto-
OB U aNIIAPaTHOTO OCHAILEHUsA MaTepMaTOBeNeHN B IPAKTH-
Ky M3Y4eHNS MCTOPMYECKON KepaMMKM, ITOMUMO TPafUIVIOH-
HOTO TeXHMKO-TE€XHOJIOTMYEeCKOTO aHasN3a, BBOAVIINCH HOBBIE
Metozpl. Hammpumep, B 0030pe MCCIeTOBaHMIT HEOMUTIYECKOI
kepamyky Hyoxuaero [Ipramypbs [14] oisa nsydeHns [IMHNACTO-
TO CHIPbs, PeleNTypbl POPMOBOYHBIX MACC M PEKUMOB OOXKU-
ra paccMaTpuUBAeTCs MCIIONb30BaHUE METOHOB OMHOKY/ISAPHOI
MUKpPOCKOIINM ¥ HeTporpadum, pexe peHTreHorpapum (B co-
BPEMEHHOJ TEPMIHOJIOTUN — PEeHTreHO(}a30BbII/pPEeHTIeHONN-
(bpaKUMOHHBIN aHAIN3 MUHEPAJIOTMYECKOro cocrtaBa — POA),
TepMOTPAaBUMETPUN; SMMU30NYECKI IPUBJIEKA/IIICh METOMBI JIC-
CTIe[lOBAHMA MUKPOIPUMECHOTO COCTaBa KePaMUKN — aTOMHO-
a6COpOLMOHHDI WM HEMTPOHHO-aKTVMBAIVIOHHBI aHAIU3BI.
A B 0630pe MeTOROIOTUY, VCIO/Ib30BABIIECS P M3YYeHUN
0K0710 50 TaMATHUKOB, PACIOJIOKEHHBIX HAa TEPPUTOPUN OT Ypa-
na go JanpHero Boctoka un Kopen [15], aBTOpBI cunMTaroT Hau-
6oree 11e1ecOOOPa3HBIM MCIIONb30BaHME KOMIUIEKCA METOJOB,
BKJIIOYAIOIETO MeTporpa¢uio, IOPOIIKOBYI0 peHTreHorpaduio
(P®A) u Tepmudecknit aHamu3. [Ipyu n3ydeHnn KapenbcKoit Ke-
pamuku B paboTax [16] 1CIomb30BaMINCh METOABI 9MEKTPOHHOI!
Mukpockormmyu (OM) m Macc-CIeKTpOMeTpMs C MHAYKTMBHO
csizanHol mnasmoit (MC-VICII), a B pabore [17] — MeTozb! pa-
CTPOBOII 9IeKTPOHHOM MuUKpockommu (POM) 1 peHTreHOBCKOI
mnppaxromerprn (PPA) B coueTaHNM C paMaHOBCKOI CIIEKTPO-
cxommetl. [l yTOYHeHNA COCTaBa MUTMEHTOB B JeKOPATVBHOM
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HOKPBITVNY (PUHVKUIICKOJ KePaMVKI PaHHETO >KeJIe3HOTO BeKa
[18] mcnonb3oBanm Macc-CIEKTPOMETPUIO ¢ MHAYKTUBHO-CBS-
3aHHOJT ITa3MOJI C /1a3epHoIt abysuyeir, POM u paMaHOBCKYIO
MUKPOCIIEKTPOCKOIINIO.

Takum 06pasoM MOXXHO OTMETUTD, YTO IIPYIMEHEHNE ecTe-
CTBEHHO-HAy4YHBIX METO[OB B MIUPOBOI IIPAKTUKE U3YYeHMS
VICTOPMYECKOJ KepaMMKN B OCHOBHOM HOCUT IIOVMCKOBDIN, He-
cucreMHbI1 xapakrep. CyIlecTBYIOT OIpefe/ieHHbIe CI0XHO-
CTM TIpY CPaBHEHMM SKCIIEPMMEHTA/IbHBIX JAHHBIX Pas3INIHbIX
HAyYHBIX IPYIII I, CTIE{OBATEIbHO, 0011eil K1accupuKalum, 4To
HO[YEPKIMBAETCA B 11€/IOM psifie paboT, Harpumep, B [11; 13, . 6;
15, c. 123].

OCHOBHBIM BOIIPOCOM Ha IIEPBOM 3Tale pa3pabOTKI MeTO-
Ho7oruy 6bIIO OIpefe/ieHne YyBCTBUTENbHOCTI MCIIO/Ib3YeMbIX
METOMIOB /IS OIIpefe/IeHNs Pas3Inunii MeXy KepaMmudecKUMU
06pasuamu pasHOro MPOUCXOXKIEHMS.

IIpoBeneHHBIE MCCNIENOBAHMA METOAMU  STIEKTPOHHOI
MUKpOCKOINY (parMeHToB Kepammieckux uspemmit IV-1 BB.
IO H. 3. U3 MY3€elHBIX KOJIEKIIUII T0TyocTpoBa KpbIM,1 OTHO-
CALIMXCS K TOHYAPHBIM I[EHTPaM YepHOMOPCKOro bacceiiHa U
CpennsemHoMOpbs [19], BKmodamm pactposyto (POM), mpocse-
ypBaouyo (II9M) 1 mpocBeYNBaOIIYI0 PacTPOBYIO 37IEKTPOH-
Hy!o Mukpockomnuio (IIPOM), a Taxxe 57IeKTPOHHYIO MIKPOCKO-
nuio B couetanuu ¢ PM. VIx npuMeHeHMe IOKa3an0 fOCTATOY-
Hyl0 3¢ dextuBHOCTE POM/IOPM 1npy m3ydeHnn sneMeHTHOTO
COCTaBa OCHOBBI 1 BK/IIOYEHIIT, 0COOEHHO B PEXUMe KapTUPO-
BaHuA. [Ipydem faxke OTHOCUTENBHO HU3KAS YYBCTBUTEIbHOCTD
Metopa (ot 0.5%) mo3BONMM/IA BBISIBUTH COflepP)KaHUe TUIIMYHBIX
mA ruH KatnoHoB Na, K, Mg, Ca, Fe, orpakaroiee cocTas Ke-
paMIYeCcKOll OCHOBBI 1, IIPEAIIONIOKITE/IbHO, COOTBETCTBYIOLIee
KAaTVMOHHOMY COCTaBY MICXOZHOI ITIVHBIL.

Hazo oTMeTuTh, 4TO IpMMEHEHNE METOIOB IIPOCBEYNBAI0-
meit Mukpockonuu IIOM n IITPOM mpepmonarazoch MMEHHO
I/1 M3y4eHM s KaTMOHHOTO COCTABAa MCXOAHBIX ITIMH. OCHOBHOII
upeeil, KOTOPYI0 yaJoch BOIUIOTUTD Ha pAfe 006pasIiioB, ObIIO
BbIJIeJIEHe CTIOUCTBIX CTPYKTYp C IepUOJOM IopAfKa 1 HM B
MUKpONpo6ax, MAeHTU(UIMPYEMbIX KaK 00/1acTM COXpPaHUB-
MNXCA I/IMHUCTBIX MUHEPAJIOB WMIM Y4YaCTKOB CUHXPOHHOIO
IPUCYTCTBUA KPEMHNS 1 QTIOMVHMSA, KaK IPU3HAK OOHapysKe-
HIIA pparMeHTa aIIOMOCVY/IMKATHO OCHOBBI I/IMHBL, A He BKITIO-
JYeHMII, Y HATIPABJIEHHO B 9TUX O0/IACTAX M3MEPATH COflep>KaHMme
KaTroHoB. Ho BO3HMK 1je/bIil psAfl GaKTOPOB, KOTOPBIiT IIOKA3aJT
HEZOCTAaTOUHYI0 3((eKTUBHOCTb JAHHOTO IOAXO#a. Bo-mep-
BbIX, COXPAHHOCTb Y4aCTKOB ITIMHMCTBIX MIHEPAJIOB BO3MOXKHA
TOJIBKO IIPY HU3KMX TeMIlepaTypax OOXKUra, 9TO CBOVICTBEHHO
JIMIIb MAJIOJ TPYIIle KepaMMUKI aHTMYHOTO Iepuoga. Bropas u
e[Ba IV He OffHA I3 CAMbIX 3HAYMMBbIX IIPMYVH — OYEHDb BBICOKAS
HEOZIHOPOJHOCTD IJIMHICTBIX MMHEPAJIOB, KOTOpasl yBelIN4nBa-
eTCsl IPYU CMELIVMBAaHUM C Pa3IMYHbIMU H0OaBKaMy B Ipoliecce
IPUTOTOBJIEHNA KepaMMYeCKOro TecTa. V TpeTbell NMpUIMHON
ABIAETCA JTOCTaTOYHO MEJJIEHHBI IPOLIECC M3MEPEHMIT, TaK
KaK JyIs aHaaM3a COCTaBa INIMHSIHOM OCHOBBHI MeTomaMu [1OM/
[TPOM TpebyeTcss MHOTOCTyIIeHYaTas IPOOOIOATOTOBKA, B TOM
YIICTIe OTCEKAIOLIasl B/IVIHIE OTOLMTe el Ha Pe3y/IbTaThl 9KCIIe-

pumenTa. [Tpruem Ba>kHBIM (pakTOpOM,
BHOCAIINM JCKQKEHNS B Pe3y/IbTaThl
V3MEPEHUN, SABJIAETCA €CTeCTBEHHOE
IPUCYTCTBME B IIMHAX MUKPOBKIIIOUE-
HUJI JPYIMX aMTOMOCUINKATHBIX MI-
HepajoB — IOJEBBbIX IIIMATOB, CIIOf U
np. JTO TOATBEP)KZAeT aHaIU3 KapT
pacripefieNieHUs] XUMUYECKUX IJIeMeH-
TOB, IIOJTy4€HHBIX B IPOCBEYNBAOIIEM
9/IEKTPOHHOM MMKPOCKOIIE, KOTOPBIIA
1mokasair, 4yro Karnmonsl Ca, Fe u Ti xoH-
LIeHTPUPYIOTCH, KaK IPaBIIO, B OT/E/b-
HBIX YacTunax B onane ot K, Na, Mg,
KOTOpbIe IIPEMMYIIeCTBEHHO COfiep-
JKaTCsA B a/JIIOMOCUJIMKATHOM TIMHSIHON
OCHOBE.

Bbicokasi TOKaTbHOCTD 3/EKTPOH-
HO-MUKPOCKOIIMYECKUX METONOB OKa-
3a71ach 0COOEHHO IT0/Ie3HA TIPU [IeTa/Ib-
HOM U3y4YeHUN VICKYCCTBEHHBIX U eCTe-
CTBEHHBIX BKJIIOUEHMIT B KEPAaMUIECKOM
tecte. CodYeTaHMe BBICOKOIPELN3N-
OHHBIX JaHHBIX O COCTAaBe OTHETbHBIX
BK/IIOUEHNII C pe3y/nbTaTaMy (pa3oBOro
aHa/IM3a MO3BO/IAET YTOUYHATD UAEHTN-
¢unmposanHble (asbl.

OpHako TONYy4YeHHBIX TAaHHBIX
OBI/IO HEOCTATOYHO /I JIOKaIU3aLuu
MPOUCXOXKIEHUS UCXOJHOTO ChIPbsI, TaK
KaK [IJIs1 3TOTO ObI/I0 HEOOXOAMMO OTTpe-
IeNATb CofiepyKaHMe CNIeOBbIX IIpUMe-
ceil, BK/IIOYas pefKO3eMeNbHbIe JJie-
MeHTbl. OCHOBHOI METOJI, C IIOMOII[bIO
KOTOPOTO TIIONY4alOT TaKye [JaHHbIe
eBPOIIeiCKIe UCCIefoBaTeNl MUCTOPU-
YEeCKOJ KepaMMKM — HENTPOHHO-aKTHU-
BAIVIOHHBIN aHa/M3. ITO 0OYCIIOB/IEHO
He TObKO BO3MOXKHOCTBIO ITONTy4eHI
nH(pOpMaLuy OT BCeli TOMINHBI 06pas-
113, HO M JOCTATOYHO IPOCTOI Mpobo-
HIOZITOTOBKOI — yZla/leHNeM IOBepXHO-
CTHU CO BCero obpasiia Ayt yCTpaHeHNUs
coBpeMeHHBIX 3arpsisHeHuit. Cpenn
CYIIECTBEHHBIX HEJOCTATKOB HAZIO OT-
METUTbh OJHOKPATHOCTb €T0 MCIOTb30-
BaHUA C IOCNIEAYIOEN yTUAu3anyen
IOCTAaTOYHO 60/BIIOro 06beMa 06pas-
I1a, YTO B C/Iy4ae ¢ 00beKTaMy Ky/IbTyp-
HOTO HACaenusl He BCerma BO3MOKHO,
a TaKKe OrpaHMYEHHBINI HAOOp pernu-
CTPUPYeMbIX 3JIEMEHTOB B 3aBUCHIMO-
CTU OT MCIIONIb3yeMOTO CIIEKTPOMETpa.
AnpTepHATNBOI B M3YYEHUN IINPOKO-
ro [ManasoHa COfepyKaHMs 3/IeMEeHTOB
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BIUIOTH 70 10°% sBIseTCS Macc-CIIeK-
tpomeTpuA. MC-VICII nossonser nsy-
4yaTh copep>KaHue nopsagka 50 sjpemeH-
TOB Ha MOCTAaTOYHO MAabIX Mpobax,
MIO3TOMY B HAllleM MeTOJO/TOTMYeCKOM
MOZIXOfie [/IA pelleHus 3afjadyl aHajIM-
3a MUKpOIIpKMeceil ObII MICIIO/Ib30BaH
meron MC-VICII, xot4 14 Hero u Tpe-
Oyetcss 6Gomee CloXKHasi MPOOOIOATO-
TOBKA, CBs3aHHAs C HEOOXOAMMOCTHIO
[IOJTHOTO pacTBOpeHMs1 o6pasia [20].

BaxHOI cocCTaB/sIOIIEeNl MeTOMM-
YeCKOro KOMIUIEKCa Oblla CTaTUCTH-
Jyeckast 00paboTKa MaHHBIX [Isl CUCTe-
MaTU3aluy IIOTYYEeHHbIX Pe3y/IbTaTOB
U BBIAB/IEHNA TPYII C KOppenAiueit
napaMeTpoB. CTaTUCTUYECKUII aHAIN3
JIAHHBIX 00 OCHOBHOM COCTaBe IJIMHBI
U MUKPOIPMMeCAX BKJIIOYAN Mepap-
XMYECKUI K/IACTEPHbIVI aHa/NM3 U aHa-
nmu3 rnaBHbIX kommoHeHT (AT'K) ¢ mc-
II0/Ib30BaHMEM IIporpaMMbl Statistica.
Mepapxmyeckuil KIacTE€pHBIN aHaIN3
MO3BO/IAET YIOPAJOYNTD JAHHBIE IIy-
TeM X 0ObeIMHEHNS B K/IaCTepPbl, Pas-
JNYHbIE MO CTENEeHU OFHOPOZHOCTU
COflep>)KaHNA 3JIEeMEHTOB II0 TaHHBIM
POM/9PM wmmm MC-UCIIL [enppo-
rpaMMa, IToIy4aeMas B pe3y/IbTaTe aHa-
NM3a, HAYMHAETCSA OT pacHpefelleHNs
00BEKTOB II0 OTHENBHBIM KJIACTEPaM
U 3aKaH4YMBaeTCs OODbeIMHEHNEeM BCeX
00BEKTOB B OAMH KJIacTep, IpudeM
y37bl B rpade XapaKTepu3yIOT BeININ-
HY paccTosiHUs o0befuHeHMs. Takum
06pa3oM, [aHHBI aHAIM3 MO3BOJIA-
eT BBIABUTH TPYIIUPOBKY OOpasiioB
pasmnuHoOit Mephl cxofacTBa. AI'K maer
BO3MOXXHOCTb BBIJIEINTb KOPPeIALNN
PasINMYHBIX IIePEMEHHBIX (B HalleMm
CIydae — CofepKaHNe OIpefe/IeHHBIX
97IEMEHTOB) B OTJe/NbHbIe (DAKTOPBI U
BU3Ya/IM3MPOBATh Ha TpaduKe CTPATH-
bukanmo 06pasoB B COOTBETCTBUN C
BbIOpaHHBIMU (aKTOPaMU.

OTmenbHOE BaYKHOE MECTO B METO-
ANIeCKOM KOMIUIEKCEe 3aHMMaeT aHaJIN3
MIHEepA/IIOTNYeCKOil  CTPYKTYpBl  00-
pasLoB. YUNMTBIBas XapaKTep KepaMu-
4ecKOro Marepuana, Hambormee 4acTo
UCIIONIb3YeTCSI  METOZ  ITOPOLIKOBOTO
peHTreHoaM(paKINOHHOrO  (pa3oBOro
anamsa (P®A), xoropelit mo3Bonser
KIaccuuIMpoBaTh TaHHBIE O KepaMI-
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JeCKVX U3JIe/INAX 110 MITHEPATIOTYeCKOMY COCTaBY, OIIPeIe/TNTh
XapaKTepHble 0COOEHHOCTY I/IMHSHOI OCHOBBI U ITpUMecelt s
oIpefieNieHNs MPUHAIKHOCTY apTedakTa K TOMY WIN VHO-
MY LIeHTpy IponsBoacTBa [21-23]. Kpome artoro, Hammdne mim
OTCYTCTBME B 0Opaslie OIpefeleHHbIX KpUCTa/UIMueckKux a3z
(TakMx Kak Ka/JbLUT, WUINT ¥ [ip.) IO3BOMAET CHE/NATb BBIBO-
JIbI O TeMIlepaType 0OXKMUTa M3yJaeMbIX U3JeNnil — BayKHeIIen
XapaKTepPUCTUKe TEXHOMOTMYEeCKOTO0 IPOIlecca M3TOTOBJICHNA
[24-26]. VHorma 607bIoe KOMMYIECTBO KPUCTAINIECKUX VTN
YaCTMYHO KPUCTa/UIM30BaHHBIX (a3 B obOpaslie He HaeT BO3-
MOYXHOCT)I OJHO3HAUHO OIIPefeNNTh KOHKPeTHBII MMHEpas, a
JINIIb YKa3bIBaeT HA IPYIIY MUHEPAIOB, XapaKTePU3YIOMINXCS
OMU3KUMM PACCTOSHUAMY MEXKAY aTOMHBIMU IIOCKOCTSMMU, —
HaIpuMep, MIHEPAJIOB IPYIIIIbI IMPOKCEHOB VIV MO/IeBBIX IITa-
TOB. JI/If1 pelleHns 3TON 3aiauy IPUB/IEKAIOT PEHTTEHOCTPYK-
TYPHBII aHA/IN3 OTHETbHBIX KPUCTA/UIMYECKNX BK/ITIOUeHMit. VIx
MaJIblil pasMep MCKIIYaeT JUArHOCTUKY C IOMOIIbI0 1abopa-
TOPHBIX [N(PPAKTOMETPOB, II03TOMY VICC/IEOBAHNS BBIITOTHSIOT
C VICIIO/Ib30BaHNeM CMHXpOTpoHHoro usnydenns (CI) [27].

Comnocrasnenue muHepanorndeckoro (POA) u sanemenTHO-
ro (POnA u MC-VCII) coctaBoB 00pas1ioB, MONTy4eHHbIX IIPU
UCCIIeNOBaHNM (PAarMEHTOB IOKHOIMOHTMIICKUX U Cpefu3eM-
HOMOPCKUX KJeiiMeHHBIX ampop IV-I BB. 0 H. 3., HO3BOMNIIO
BBISIBUTD XapaKTepHbIe Pas3M4VA M3Je/NNil, MSTOTOBJICHHBIX B
pasHBIX I[eHTpaX TOHYAPHOIO IIPOM3BOACTBA. B manbHelimem
IIPY MCCTIEIOBAHNY KePaMMKV PEHTTeHO(ITyOpeCIleHTHbIN aHa-
N3 IPUBJIEKA/ICS JOCTATOYHO PENKO, B OCHOBHOM B BUJe KPYII-
HOMACIITaOHOTO KapTUPOBAHNUA, TaK KakK 6o/ee 3PeKTUBHBIM
0Ka3aJI0Ch COYeTaHNe BBICOKOTOKA/IbHBIX CC/IEeJOBAHNI OCHOB-
HOTO 9/IEMEHTHOTO cOoCcTaBa MeTtogoM POM/IOPM n unTerpamn-
HOTO aHa/lM3a COCTaBa 00pasIoB OT OCHOBHBIX /IO MMUKPOIPU-
MeCHBIX 971eMeHTOB MeTonoM MC-VCII.

[IpumeHeHMe BCell COBOKYITHOCTHU HMepEeYNCIeHHBIX BBIIIe
METOZIOB K aHanu3y (pparMeHTOB CPeJHEBEKOBOI KPOBETbHOI
KepaMMKI 13 PacKONOK Ha mrato Jcku-Kepmen (KpbiM) mosso-
JINTIO OIIPENeIUTh XapaKTepPHble 0COOEHHOCTY ITIMHSHON OCHO-
Bbl ¥ BKI09eHNiT [20]. CpaBHUTE/IbHBIN aHAMN3 ITOTYYEHHBIX
IAQHHBIX HOATBEPAT ICKI-KePMEHCKYI0 KIacCUpUKALNIO Yepe-
IIIIBL, TPeJIOKEHHYIO apXe0/IOTaMIL.

JlaHHasA COBOKYITHOCTb METOfIOB [1] IO3BO/IAET MOMY4NTD
HeoOXOfMOe 1 JJOCTATOYHOE KOIMYECTBO XapaKTepPU3YIOLIIX
[IapaMeTpoOB /sl KepaMUIeCKUX 0OpasioB C JOCTATOYHO TIPy-
OBIM KepaMUYeCKUM T€CTOM, K KOTOPBIM MOXXHO OTHeCTH aM(o-
pbl 1 depernuity. [l Takoro Tuma o6pasIioB KeaTenbHO IPOBO-
INTb BeChb KOMIUIEKC MCC/IENOBAHMIL, TaK KaK JOCTATOYHO CIIOXK-
HO 3apaHee OIpefle/INTb, 0 KaKMM VIMEHHO ITapaMeTpaM MO>KHO
OyzeT pelnThb 3aiadyl TOKaIM3aLny IIPOVCXOXK/ICHUS USIeTINIL.
Hanpumep, npu msydeHumm MaccuBa aMQOpPHBIX MaTepuanoB
u3 Kunpa u Koca gocratouno 6b1710 06HAPY>XUTb pasmndus B
37IEMEHTHOM COCTaBe, YTOObI yTOYHNUTD JIOKATU3ALNIO IIPOUCXO-
JKJIE€HUS ChIPbsI U, CTIENOBATENbHO, CAMUX IIPeIMeTOB [23].

Ho npn nsydennn ¢pparmMenTos acoccknx aMmpop BTOpOIt
yeTBepTH V — KOHLa IV BB. [10 H. 3., IPMHAJIEKHOCTh KOTOPBIX
K IPOAYKIMM 3TOTO OCTPOBA ObLIa YCTAHOB/IEHA HA OCHOBAHUU
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MOpPOTIOTNMYECKNX OCOOEHHOCTENl COCYHOB M, B OT/EbHBIX
cTy4asx, 6rarogaps Hamu4Imio KieitM [28], moMuMo AaHHBIX 06
97IEMEHTHOM COCTaBe, PELIAIONIYI0 PO/Ib CHITPAIN Pe3y/IbTaThl
peHTreHo(a30BOro0 aHa/MM3a, HA OCHOBAHUY KOTOPBIX YAA/NOCh
BBIIEJINTh TPYIIBI 0ObEKTOB C BBIPAYKEHHBIMU OCOOEHHOCTSI-
MU MMHEPAJIOTMYeCKOT0 ¥ 97IeMEHTHOTO cocTaBa. Ommpasch Ha
COIIOCTaBJIeHNE XaPAaKTePUCTUK ITUX TPYIII C TeOJIOTMYeCcKO
U apxeonorndeckoit nHpopmanmeit 06 ocrpose dacoc, 6bura
copmynmpoBaHa rumnoresa 06 UX U3TOTOBICHUN B MaCTEPCKUX
Ha BOCTOYHOM U I0)KHOM 1To6epeskbe OCTPOBa.

HoBbiMu 006BeKTaMu MCCIENOBAHMS C WCIOTb30BAHUEM
paspabOTaHHOI METOHOMOIMM CTaaM OOPasIbl TOHKOCTEHHO
PYIMCKOJI CTOJIOBOM ITOCY/bI, TOKPBHITON KPAaCHBIM JTAKOM — terra
sigillata. B 3amaun nccmefoBaHus, HIOMIMO yXKe TPaIUIIIOHHOTO
BBISIBIEHUsI XapaKTepHBIX MPU3HAKOB IJIs JOKANIM3AlUY LieH-
TPOB NPOU3BOJCTBA, BXOJAWIO BBISBIEHNME XapaKTEPHBIX OCO-
OeHHOCTel TAKOBOTO CTI0SI Y U3/ PA3/IMIHOTO IPOUCXOXK]Ie-
HIIA, @ TaKXKe JMCCIeloBaHme 00CIIOPCKON CUTMIIIATHI, paHee He
U3y4aBIIENICA eCTeCTBEHHO-HAYYHBIMI METOJAMIL.

OcHoBHoOIT MoaM(UKaIyeil METOAVMKY, IOMIMO YITyOIeH-
Horo ucnonbzoBanuss POM/IPM xkaprt s BeisiBieHus: Mopdo-
JIOTMYECKMX 1 97IeMEHTHBIX 0COOEHHOCTEN TOHKOTO C/IOA JIAKa,
CTaJI0 IIpMBJIeYeHNe BBICOKOpa3pellalomiell peHTTeHOBCKOI TO-
morpadun (PT) 1 usydeHus: BHyTPEHHETO CTpOeHMsI 0Opas-
11oB [29]. Coueranue metonoB POM/IPM, POA, MC-MCITu PT
Py M3y4eHUM 06pa31ioB MOHTUIICKOIL U ABYX OCHOBHBIX TPYIIII
BoctouyHoi curmnarsel (B, C) mokasamo Hamumdme TOHKOTO C/TOs
(TIpenmonoXNTeNbHO, aHTr06a), HAHECEHHOTO Ha KePaMIYeCKYI0
OCHOBY, I BEPOATHO, ABJIAIOLIETOCS OCHOBOM 11 (popMupoBa-
HISI KPacHOTO Jlaka. B cocTaBe /TaKOBBIX C/I0€B OOHApY>KeHbI
IPU3HAKM HA/TNYMS JKeIe30COofiepyKallNX MUTMEHTOB, KapOoHa-
Ta KaJIMsl ¥ COMBL. [IMHAHAs OCHOBA U3Y4YeHHBIX 00pa3I[0B OT/IN-
YaeTcsl MOBBIIIEHHBIM COfiepyKaHeM PaBHOMEPHO pacIpefiesieH-
HOTO KaJIbLVsI, KaJIUICofep KMy BK/TIOUeHVSIMU U HaJTUYU-
€M KBapl[eBOTo MecKa.

[Tpn comocTaBneHNN CTPYKTYPHBIX JAHHBIX KPAaCHOAKO-
BOIT KepaMuKu OOCIOPCKOrO M HMOHTUIICKOTO IIPOVCXOXK/[EHMUS
BBbISIBIEHBI 3HAYUTENbHbIE pa3nuyuns B (asoBOM COCTaBe IVIU-
HSIHOJI OCHOBBI U JIAKOBBIX CJIO€B U3JIENNIl, YTO SIBSETCS CBU-
[eTeIbCTBOM Pa3/IMYHBbIX TeMIEPaTyp 00XNUra 3TUX IPOU3BOJ-
CTBEHHBIX LIEHTPOB [3].

ITockombKy M1 TaKOTO pOfa M3MAENNI JCIIONIb30Banach
6oree KaueCTBeHHAs] KepaMuyecKkas OCHOBA C MUHUMAIbHBIMMU
pasMepaMi BKJTIOUEHUII, IpY CPaBHUTEIBHOM aHanu3e obpas-
[JOB MOHTUIICKOIT 1 6OCIIOPCKOI curmmuaatsl (3] ogHumm u3 xa-
PaKTEePHBIX TEXHOTOTMYECKUX NPU3HAKOB OTIMYNA STUX ABYX
TPYIII U3JIe/INiT OKa3aIiCh 00beMHas1 HOJIsI U pa3bpoc pasMepoB
HIOP ¥ BK/IIOUEHNIA, OTIpefie/sIeMbIX 110 pe3y/IbTaTaM PeHTTeHOTO-
MorpaduIecKmx UCCIefOBaHMIL.

Hazmo oTMeTuTb, 4TO MCIONB30BaHME PEHTTEHOBCKOM BU-
3yanmsannu i KepaMU4ecKIX M3/enii 0Ka3aloch HaCTOMbKO
3HAYVIMBIM C TOYKV 3PEHV U3YYEeHNA UCTOPUIECKIX TeXHOO-
ruii, 0COOEHHO I IIe/IbIX IpPefIMETOB MY3eifHOTO XpaHeHN,
yT10 HauyHasA ¢ 2022 r. B HUII «Kyp4aTroBcknit MHCTUTYT» pea-

NM3yeTcs coBMecTHasA ¢ locymapcTBeH-
HBIM VMICTOPMYECKUM My3eeM IIpOorpaM-
Ma UCCIeNOBaHMS aHTUYHBIX KepaMMu-
Jeckyx usfenmit u3 cobpauus [VIM.
B ee pamkax m3ydyeHa KOHCTPYKIMA U
COXPAaHHOCTb PUTYPHOTO COCY/a B BULIE
naHTepsl II-I BB. mo H. 3. n3 IlanTNKAa-
nes [30], AByX KHMACKMX COCYHOB (B
mevyaTn), Cepuy U3 BOCBMU KUIIPCKUX
cocynos (B medaTn). [l aTUX nsgenuit
OBV TTOTyYeHBI IeTa/IbHbIE TaHHbIE 00
MX COCTaBHBIX YaCTAX, METOMaX WM3Tro-
TOBJIEHNsI OT/ENbHBIX JeTajel, CIemax
pecTaBpanuy 1 CTeIeHN COXPaHHOCTH.
PaspaboTaHHBIT METO[OIOTIYe-
CKMIT moaxop, okasancs 3¢ deKTuBHBIM
IpU M3YYeHNU APYTOro TUIMA KOMIIO-
3UTHBIX MICTOPUYECKUX MAaTepUaaoB Ha
MMHEPAIbHOI OCHOBE, a UMEHHO Cpefi-
HEBEKOBBIX CTPOUTETbHBIX PACTBOPOB.
CrpouTenbHble PAacTBOPBI,  MC-
HO/Ib3yeMble /I CKPeIUIeHMS MeX[y
co00i1 KaMHell, KUPIINYeil UIN OTHeNb-
HBIX KOHCTPYKTUBHBIX 3/IEMEHTOB >KI-
JIBIX JIOMOB, MHXXEHEPHBIX U apXUTEK-
TYPHBIX COOPY>KEHMIT, a TaKKe I UX
OT/IETIKU U TU/IPOU3OJIALINIY, IIO CBOEMY
XapakTepy SABIAIOTCA CMEChI0 MIHe-
PanbHbBIX 3aIlOIHUTENEN C BSXKYIIEN
OCHOBOJI (IJIMHONM WV U3BECTHIO, B 3a-
BJCUMOCTY OT TUIIA PacTBOpa) M Opra-
HUYeCKUMU Ho0aBKaMu. VI3BeCTKOBBIE
CTPOVPACcTBOPBI — 3TO OAVMH 13 HaMbO-
7lee  PacIpOCTPaHEHHBIX MaTepUajoB,
HMPOU3BOAMMBIX UETOBEKOM C JPEBHUX
BpeMeH. llemouyka TeXHOIOTMYECKUX
npeo6pa3oBaHUil M3BECTHSAKA [0 Tra-
LIEHO M3BECTU BK/II0YAET JINTE/IbHbBIN
OOKNT M3BeCTHsSIKA (KaAbIUTA, pexe,
aparoHmTa) IpM TeMIlepaType BBbIIIe
700°C, 4TO mepeBOANT KapOOHAT Kaslb-
ousA B OKCUZ (HETAIIeHYI0 M3BECTh).
Yrobbl MpUIaTh HETAIIEHON W3BECTU
LIEMEHTUPYIOLEe CBOJICTBA, B Hee J0-
0aB/IAIOT BOAY A/Is1 0Opa3soBaHMs TUJP-
okcupa Kanpuus Ca(OH),. tor mpo-
1[eCC Ha3bIBAETCs TallleHIEeM, ¥ TIOMIIMO
BBIMAaYMBaHMsI M3BECTH, €€ TAKXKe IIe-
PEeMENINBAIOT U, B HEKOTOPBIX CTydasx,
B30MBaIOT. [I7151 CO3[JaHVsI CTPOUTENTBHO-
rO pacTBOpa Ha OCHOBe TallleHOl M3Be-
CTH, 4YTOOBI CHeNaTh ero 6oee ryCThIM I
IPeOTBPATUTD CXKMMAHUE TPV YChIXa-
HUU BO U30eXaHUe pacTpeCKUBaHNUs, B
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U3BeCThb H00ABIIAMN [IECOK, [/INHY, 3071y,
HaBO3, Ienen u T. . be3 Takux Hamon-
HUTeTIeNl M3BeCTb OCTaBaIach TEKydeil
I HE MOTIJIa 6bITb JICIIO/Ib30OBAaHA B Ka4e-
CTBe CBA3YIOLIETO pacTBOpa B KIaJKax.
Ot [06aBKM ONpenensii He TOTbKO
CBOJICTBA TOTOBOTO PAaCTBOPA, HO U €r0
[ajbHelillee M3MEeHEHNe TPY BO3Jeli-
CTBUM OKpy>Kamoleil cpenpl. Ilockob-
Ky co Bpemenem Ca(OH), mormomraer
YIJIEKUCIIBII Ta3 U IEePEeXORUT 0OpaTHO
B KapOoHaT 1/wmm rugpokap6oHar (Tak
easpIBaeMBblil M3BECTKOBBII IIUKJI), IPO-
UCXOIOUT M3MeHeHMe (Ha3oBOro cocTaBa
MN3BECTKOBBIX CTPOUTENbHBIX PACTBO-
poB. Boree TOro, MOCKONBKY CKOPOCTh
KapOOHM3aMm [O/DKHA 3aBUCETH OT
IPUMECHOTO COCTaBa U IOPUCTOCTHU
CTPOVIPACTBOPA, IPU UX UCC/IELOBAaHUN
0c000 BaKHO MCIONb30BaTh PT mia
aHammsa OObEeMHON JOMM U pasMepoB
HOp U BK/IIOYEHUT B Macce obpasia u
P®A pna ananmsa MuHepanormdeckon
CTPYKTYpBI 06pasios. [TosTomy uccre-
[AO0BaHVE€ CTPOUTE/IbHBIX paCTBOPOB U3
KIIagoOK CTEH AByX KY)'II)TOBI)IX COOpy-
>xeHnit I0ro-3anagnoro Kpeima — Man-
rynckoit bompiioit TpexuedHo 6a3n-
mukn 1 «CeBepHOro» Xpama Ha IIJIaTO
Ackn-KepmeH, BO3BeNeHHBIX B paHHe-
CpPeIHEBEKOBBIIl MEePHOf], BKIYAIO B
cebs1 aHaIM3 BHYTPEHHETO CTPOEHUS
metonoM PT, ompeneneHne snemMeHT-
Horo (POM/9PM) n dasosoro (PDA)
cocraBa 06pasios [2]. OcHoBHbIE pa3-
N4y B pacTBOpax mu3 ABYX IIaMATHU-
KOB KacajlMCh BK/IIOYEHUI: OCHOBHOM
IpUMeChI0 B 06pasnax 13 MaHIYIICKOI
0asuwIMKM BO BCeX CIyYasX CIIYXWUI
KPYTIHbIVI TaJIeYHbIN IeCOK. B 06pa3uax
u3 xpama Ha maro Jcku-Kepmen o6Ha-
PY>KEHO [iBa TUIIA BKIIOYEHMIT — GONb-
10€ KOMMYECTBO TOMIEHON KepaMuKM
C HE3HAYUTE/IbHOVM IPUMEChI0 paKy-
LIeYHVKA M CMeCh KBapla (MenKoro Ie-
CKa), TOMYEHO! KepaMuKM (LieMsHKa),
paKylleyHNKa ¥ pacTeHuil. B omHOM
o6bpasue n3 dcku-Kepmena omnpefeneHo
IpPUCYTCTBME HMUPOT€HHOIO aparoHNUTa
C PeJKMMM IIPUMECAMU IMUPOreHHOIO
Ka/IbIITA, TO €CTb OOHAPY)KeH OTHOCHU-
Te/IbHO PeJKUI BapuaHT U3BECTKOBOIO
mykna. Cpeiy MpeuMyILecTB AaHHOTO
IIOAXO/A IIepeN TPAAVLVIOHHBIMI METO-
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oaMI Hago BBIOECINTDb BO3MOXHOCTbD HO}IY‘ICHI/IH I/IHTeI‘pa)'IbHOI/UI
nHpopmanuu 06 o6beMe 06pasia, a He TONBKO 110 UUTUPY T10-
BEPXHOCTH.

3akiaroueHne

Taxum 06pasom, 6T padpabOTaH METOOTOTYECKIUII TTOf-
XOJ, /1 M3Y4YeHV MIHEePaIbHBIX MHOTO(a3HbIX MCTOPUYIECKIX
MaTepuasoB, 0000IIAOIII JaHHbIEe B3aXMOJOIOTHSIIOIINX Me-
TOJOB CTPYKTYPHOJ JUMArHOCTUKM Pa3lINIHOTO paspelleHusd, a
VIMEHHO: PeHTT€HOBCKOI 11 CMUHXPOTPOHHOII TOMOTpadui, peHT-
reHO(TyOpecLIeHTHOTO aHa/IN3a, BK/I0Yasa KpyIHOMacITabHOe
KapTUpOBaHMe, PeHTreHOda3oBOro M, Mpy HEOOXOOMMOCTH,
PEHTTeHOCTPYKTYPHOTO aHAIN3a, MacC-CIEKTPOMETPUN C VH-
OYKTUBHO-CBA3AHHONM IIJIA3MOM, ONTHYECKON MUKPOCKOINUM, A
TAaK>)Ke, PaCTPOBOJ, IIPOCBEYMBAIOLIEN M IIPOCBEYNBAIOIIEN pa-
CTPOBOII 57IEKTPOHHOI MUKPOCKONNY C SHEPrOAVCIIEPCUOHHBIM
PEHTI€HOBCKUM MUKPOAHATN30M.

Pa3paboTaHHBII METOHONOTMYECKIIT TTOAXO/, MY/IbTHMAC-
IITAOHBIX VICCTIEIOBAHMIL 32 CUET COYETAHVIS B3aMO/OIIO/THSIIO-
X METOMIOB, MMEIOIINX CYIeCTBEHHYIO PasHUIY B 3HAYE€HMAX
IIPOCTPAHCTBEHHOIO paspelleHns U 13ydaeMoro obbvema 06-
paslia, IO3BOJIAET MOMYYaTh C BBICOKOV CTENEHDIO IeTaIN3aLN
ClefyIole JaHHble O KePaMUYEeCKUX O0BEKTaX Ky/IbTYPHOTO
HAC/efusl ¥ UX MaTepyaje: 0COOEHHOCTU BHYTPEHHETO CTpoe-
HUA M KOHCTPYKIMM, COCTOsAHME COXPaHHOCTM M Ha/lM4ue cje-
OB pecTaBpauyyu, 0ObeMHYIO O U XapaKTepPHbIe pa3Mepsbl
IIOp M BK/IIOYEHWII, 97I€MEHTHBIV, KaTMOHHBIN M MMHEPAJIOTU-
YeCKMII COCTaB €CTECTBEHHBIX M MCKYCCTBEHHBIX BK/IIOYEHUI,
BIUIOTD IO C/IE[OBBIX IIpUMeceil 0OpasIjoB B L[e/IOM.

Il rpynm 06pa31oB TapHOI KepaMUKI U YePemyIIbl, Hail-
IeHHBbIX Ha nonmyocTpoBax Kpeim u Tamanckuit, mofobpaH psn
CTPYKTYPHBIX I XMMUYECKNX ITaPaMeTPOB, KOTOPbIE C BBICOKOI
CTENEHDbI0 JOCTOBEPHOCTM YTOYHAIT JTOKAMN3ALNI0 IIPOMCXO-
JKJEHUsI KepaMM4YeCKOTO CbIpbsA. KOMIIJIEKCHBINI COBMECTHBIN
ananmm3 nHbopmanyn o Gpa3oBOM cocTaBe 0OPa3I[OB, OCHOBHOM
97IEMEHTHOM COCTaBe IVIMHAHOI OCHOBBI VM BK/IIOYEHWII, @ TaK-
K€ JAHHBIX O MUKPO- U CIeJOBBIX NpPUMeCAX, B COOTHECEHUN
X CO CBEJCHUAMU O TeOIOTMYEeCKIX 0COOEHHOCTSX M3ydaeMbIX
PETMOHOB U Hal[JeHHbIX aHTVYHBIX MaCTEPCKUX, TIO3BOINII BbI-
Ie/UTb TPYIIIBI 00PA3LOB C JOCTATOYHO Y3KON JIOKa/IN3aIueit.
B 9acTHOCTH, leTaIbHBIN aHAMN3 KPUCTAZINIECKON CTPYKTYPBI
KepaMM4Y€eCKOJ OCHOBBI ¥ BK/IIOUEHMII CTaZl OCHOBOJ JJIsl BbIPa-
OOTKM KpUTepueB pasfeneHns KepaMnky [TOHTUIICKOTO perno-
Ha — IrepaKJIEeICKOI M CMHOIICKOIL, a TAK)Ke KOCCKMX M KHUJICKUX
KepaMmuecKMx usgenuit u3 CpeguseMHOMOPDSL.

Hna xepamukn octpoBa Pacoc, ¢ €ro BBICOKOI CTENEHbIO
reoJIOrM4YeCcKOro pa3Hoo0pasusi, Ha OCHOBaHNHU UIeHTUDULMPO-
BAaHHOTO MMHEPATOTMYECKOTO COCTaBa IPEMI0XKEHO, C YIETOM
apXeoIOTMYEeCKNX JaHHBIX, YTOYHEHNME MeCTa IPOU3BOACTBA C
TOYHOCTDIO 10 ONIpeJe/ICHHBIX YacTell OCTPOBa.

[TpennoyXeHHBIT TOAXOJ IPUMEHEeH JIsl UCCTIefoBaHmus 00-
Jlee MHOTOKOMIIOHEHTHBIX KepaMIIeCKUX 00pasifoB: KpacHOa-
KoBoI1 nocyzsl I-1II BB H. 3. M cpeHEBEKOBBIX MaTepUANIOB U3
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Ackn-Kepmena (KpbiM) — depenmubl 1 CTPOUTEIBHBIX PacTBO-
poB. ITo faHHBIM 06 971eMeHTHOM 1 (a30BOM COCTaBe IIMHAHOM
OCHOBDI I1 JIAKOBDBIX C/IO€B IIO/TY49€HbI ITPEABAPUTE/IbHDBIE BBIBO/bL
O BO3MOJKHBIX TEXHOJIOTMYECKUX ITPUEMAX, VCIIO/Ib30OBABIINXCSA
IIpy €€ N3roTOB/IEHNN. HOHY‘IeHHbIe B XO[€ BBIIIO/IHEHNSA IIPO-
€KTa pe3y/IbTaTbl MIUHEPATIOIrNIECKOIr0, KaTMOHHOI'O 1 9/IEMEHT-
HOTO aHajIM3a MO3BOININ MOATBEPAUTD KIaCCUBMKAIINIO Yepe-
nuibl JcKn-KepMmeHa, paHee IpefnoKeHHYI0 apXeojoraMy Ha
OCHOBE MICTOPUKO-TEXHOJIOTMYECKIX XapaKTePUCTHK.

Ha ocHoBe ananmsa IIOJTY4€HHDbIX NaHHbIX NOIIOTHEHBI U
pacImpeHsl BBIBOABI O B3aVIMHOM BJIMAHNUY 11 TPaHCPepe Kepa-
MIYECKUX TEXHOTOIMII Ha Teppuropun IlpmyepromMopss B am0-
XYy aHTU4YHOCTMN.

Ba’kHO OTMETUTD, YTO TaKasi COBOKYITHOCTb B3aVIMOJIOIION-
HAIVX METOLOB B IPAKTUKE MCCIENOBAHNI KEPAMIKI paHee
B BUJI€ KOMIIJIEKCA HE IIPUMEHA/IACD. HO)'IY‘-IeHHbIe Pe3ynbTaThL
IPOBEIEeHHBIX MCCIeNOBAHNIT TTI0KA3bIBAIOT I1e1eCO0OPasHOCTD
TaKOTO MHOTOIIAPAMeTPUIECKOTO U3Y4IeHMsI KePaMUKI 1 ITO006-
HBIX €1 MICTOPUYIECKUX MAaTEPUAJIOB.

Takum 06pasoM, pa3pabOTaHHBI HOAXOJ, KOMIIIEKCHOTO
VICCTIeOBaHMA II03BOJIAET M3y4aTh OCOOYI0 TPYIIy MaTepya-
JIOB MCTOPUYECKUX TIPEAMETOB — MHOI‘O(l)aSHbIX MHOTOKOMIIO-
HEHTHbBIX MMHEPATOTMYIECKUX CMeCQI?[, K KOTOPbIM OTHOCATCA
KepaMM4eCKNe n3fenya pa3amaHoro Ha3Ha4eHms — CoCyabl /1A
TPaHCHOPTUPOBKM 1 XpaHEHNA, CTONIOBAA 11 KYXOHHasA yTBapb,

Yepennua ¥ fpyrasg CTPOUTENTbHAA Ke-
paMUKa, CTPOWTENbHBIE PAacTBOPHI,
IITYKaTYpKN 1 T. II. TeM caMbIM y4yeHble
IIONTy4aloT HOBbIE JAHHBIE O JIeATE/IbHO-
cTi 1 obpase XM3HU YelOBeKa B pas-
JIMYHBIE 3II0X!, PA3BUTUU TE€XHOIOTUIL,
TOPTOBBIX, KyIbTYPHBIX U OPYIUX CB-
35X HapOJOB I PErvMOHOB Halllell CTpa-
HBL

BrnaromapHoctn. Pa6ota
HO/THeHa Tpy (PMHAHCOBOI MOJfiepPiK-
ke PODOU (mpoekr 17-29-04201) - B
Y4acTM PasBUTUSA METOAMKM M3YYEHUS
aM(OpHOIT M CTPOUTEIBHON KepaMm-
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Abstract

The application of modern methods of materials science to cultural heritage allows us to obtain fundamentally
new information about historical materials, necessary for solving both fundamental problems of history and
archeology, and applied issues of preservation of cultural and historical monuments.

The proposed integrated approach to multilevel research of ceramic historical materials, based on a
combination of integrated and localizing physico-chemical structural methods of materials science and developed
for the study of antique ceramics. The resulting data set of macro- and micro indicators (the size and quantitative
content of inclusions and pores, mineralogical and elemental composition of natural and artificial impurities etc.)
allows us to identify the characteristic parameters of products from various production centers, since it contains
information about the specifics of the materials used and the features of the manufacturing technology of the
objects under study. This approach has shown its effectiveness for the study of not only ceramics, but also other
multiphase multicomponent mineral composite materials of cultural heritage sites of various eras — in particular,
medieval building ceramics (tiles), ancient Roman dishes (called terra sigillata) and medieval mortars and plasters.

Keywords: historical materials science, ceramics, building mortars, X-ray phase diffraction analysis, mass
spectrometry, X-ray tomography.

*The work was financially supported by RFBR (project 17-29-04201).
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EBrenui IlaBnoBuu Bennxos
(2 pespans 1935 - 5 gexabps 2024)

w

YIérn u3 )XU3HYU BeVIKII COBETCKIIL I POCCUIICKII YI€HBI, BBIJAIOIINIICA PUNK
COBPEMEHHOCTH, CIIeLIMaTACT MUPOBOTO YPOBHs B 00/1acTy PM3UKM IITa3MBI, SePHOI
11 TEPMOSIIEPHOI SHEPTUY, MATHUTHO I'MIPOJIMHAMUKY, Ta30BbIX ¥ TEXHOIOTMYECKIX
Na3epoB, MHPOPMALIVOHHBIX TeXHOIOTHI, TOYETHBI Mpe3ueHT HanyoHanrpHOrO 1c-
cnenoBaTenbckoro nenTpa «Kypuatosckmii mHCTUTYT» akagemuk PAH Eprennmit I1aB-
noBu4 Benmnxos.

EcTb yuénble, 4ell aBTOPUTET HENPEPEKAEM, a TPY[LOBOI IyTh IOUCTUHE T€PON-
yecKuil. AKaZieMMK BennxoB — 1o npaBy OfMH U3 IEPBBIX B 3TOM C/IaBHOM Py Ha-
CTOAIIMX MO BVDKHUKOB OT€YECTBEHHOV ¥ MUPOBON HayKu! Ero >KM3HEHHBIN NyThb —
ApYaIINIL IPUMEP CAMOOTBEPKEHHOTO CITY>KEHIA CBOEN CTPaHe I yCIleXa B JOCTIDKE-
HUM IjeTIell, KOTOpble MHOTM Ka)KyTCs (paHTacTU4IeCKuMI. Bcio cBoto u3Hb EBrenmnii
[TaBnOBMY MOCBATIII HayKe, BHEC HEOLEHMMBIN BK/IaJ] B Pa3BUTIE HOBBIX HAIIPAB/IEHNUI
¢ynmamenrtanbraoi Hayku CCCP u Poccun, CIIOCOOCTBOBA AKTUBU3AL[UYU TBOPUYECKO-
IO B3aMIMOJIe/ICTBMSI OT€UeCTBEHHBIX YUEHBIX C MMPOBBIM Hay4YHBIM COOOIIECTBOM.

MHuoroneTHUI yIOPHBIN TPYyZ U BBIJAOIINECA JOCTVDKEHNA aKaJjeMuKa Bennxosa
3aCTy>KEHHO OTME€YEHbI MHOTOYVC/IEHHBIMI BBICOKMMU IIPaBUTEIbCTBEHHBIMM Harpa-
mamu Haueit PoyHbl 1 3apyOesxHbIX rocyaapcTs. IlonHblit kaBanep OpaeHa «3a 3aciy-
ru nepesi OredectBoM», [epoit Tpyaa Poccuiickoit @epgepaunn u Tepoit Counanmctu-
yeckoro Tpypa, iBakabl naypear [ocymapcrBenHol npemun Poccuiickoit @enepanun,
naypear JIeHMHCKOI MpeMnM ¥ MHOTUX JPYIUX rocyflapcTBeHHbIX Harpaz, YEJIOBEK
MHOTOTPAaHHOTO TaJIaHTa U KOIOCCaNIbHOI paborocnocobHocTr, EBrennit [TaBmoBuy
BCErJia OTHOCU/ICS K CBOEMY Jie/Ty C ITOJIHOM OT/ladelt CHIL.

AxapieMyk BennxoB monrye Tombl akTUBHO COTpygHMYAN ¢ Poccnitckum ¢pormom
(dyHIaMeHTaTbHBIX UCCIeOBAHMII (B HacTosIee BpeMsa — Poccmitckuil LieHTp Hayd-
Hol MHpOpManun).

ITamare o Esrenun IlaBnoBude BemnxoBe, BCEMMPHO M3BECTHOM COBETCKOM
U POCCUIICKOM y4€HOM-(U3VMKe MUPOBOTO YPOBHS, HaBCETa COXPAHUTCA B HAIINX
cepauax. Ero yxom - HeBocmonmHMMas morteps miA OMU3KUX, KOJJIET, YYEHNKOB —
BCeX, KOMY ITOCYaCTIMBIUIOCH paboTaTh 1 OOI[ATHCSA C STUM BBIJAIOLIVIMCS, BETUKIM
YYEHBIM u YEJIOBEKOM.

.
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