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C 1esblo BBISICHEHUSI BO3MOKHOCTH CIIEKaHHSI PEaKTOPHBIX IOPOIIKOB CBEPXBBICOKOMOJICKY/IIPHOTO MOJIMATIICHA
TOJ JaBJICHHEM NpPH TEMIIEPAaType BHIIE €ro PaBHOBECHON TeMIepaTyphl miasieHms (T,) HpH aTMocdepHoM
IaBJieHUN 0Oe3 KaTacTPO(UUECKOTr0 M3MEHEHHs] BHYTPEHHEH CTPYKTYpHl YacTHILl, NIPOBEICH CPaBHUTEJIBHBIA pPEHT-
TEeHOCTPYKTYPHbIH aHATM3 B GONBIIMX yIJaX oGpasloB, CIEYeHHBX mpu Temmeparypax mmke (T < TQ) u Bbume
(T > T) aToif TeMmepaTyphl W OXJIAX/ICHHIX B PAa3HBIX YCJIOBUSIX. IIPOBENEH CTPYKTYpHBINH aHATIM3 KPHBBHIX pac-
CesTHHsA, 3aIMCaHHBIX HA MOpOmKoBoM mudpaktoMeTpe D2Phaser Bruker oT ceYeHHBIX M OXJIQXKICHHBIX B PasHBIX
ycioBusIX peakTopHeIX mopomkoB CBMIID u paccumTansl pasmepsl KpuctaumToB. HaiimeHo, 4To moOBBINICHHE
TEMIICPaTYpPHI CTICKAHHS BHIIE T,y He BHOCHT CYIIECTBCHHBIX M3MEHEHHI B KPHCTA/UIMUECKYIO CTPYKTYpY MOMEpa,
U U3TOTOBJICHHBIC NTPEKYPCOPBI MOTYT OBITH MCIIOJIB30BAHBI [T JAJIBHEHINIEr0 OPHEHTAIMOHHOTO YIIPOYHCHUSL.
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1. BBepeHune

B Hacrosimiee BpeMsi akTHBHO paspabarbiBacTcs 0e3-
PacTBOpHBIA (CyXOit) METOH IIOJydYEHHS] BBHICOKOIPOYHBIX,
BBICOKOMOJTYJIbHBIX HUTEH W MJICHOYHBIX JICHT CBEPXBBICOKO-
MojtekyssipHoro nommaTuiena (CBMIID) HenmocpencTBeHHO
U3 TPORYKTOB CHHTE3a, TaK Ha3bIBAEMBIX PEaKTOPHBIX IIO-
POIIKOB. DTOT METO SABJIICTCS aJIbTEPHATUBHBIM TOPOTOMY
U 9KOJIOTHYECKH HEOE30IacCHOMY METONY TI'eIb-TEXHOJIOTHH
W 3aKJII0YacTCsl B CIEKaHWH IOPOUIKA IPH TeMIIeparype
HIDKE TEMIIEpPaTyphl IUIABJICHUS MOJIMMEpa C MOCIIeayIonei
OPHUEHTALMOHHOM BBITSKKOM.

dupma Tejin-Aramid (The Netherlands) ocBomia mpo-
U3BOJICTBO BBICOKOIIPOYHBIX M BBICOKOMOAYJIBHBIX JICHT
CBMIID cyxum mertomoMm u, HaumHasg ¢ 2012 ropa, BBI-
myckaeT JieHTsl CBMIIOD nox Toprosoii Mapkoit Endumax.
IMo mpounoctu (2.5GPa) 3TH JIGHTH BCE 3KE YCTYIAOT
npouHocTH BojiokoH Dyneema (3.6I'Tla), mpomsBomumbiM
o resb-TexHosoruu ¢pupmoit DSM (The Netherlands). B To
e BpeMsi B JJabOpaTOPHBIX yCJIOBUSIX, Kak B Poccuu [1-3],
TaKk ¥ 3a pyOexoM [4] mosydeHBl OPUEHTHPOBAHHBIE HHUTH
CBMIID c ropasno 6osee BHICOKUMH MEXaHUYECKUMH Xa-
pakTepuctukamu. Tak, Hampumep, B Tpymrie mpog. S. Rastogi
(The Netherlands) mosydenst mieHounsie Huta CBMITD
U3 TOPOIIKA, CHHTE3WPOBAHHOTO HA OTHOIICHTPOBOM ITOCT-
METaJIJIOICHOBOM KaTaym3aTtope F1 ¢ mpenenom mpodsocTr
Ha paspoiB 4GPa u momynem ympyroctu 200 GPa [4].
N3 peakropuex mopomkos CBMIID, cuHTE3npoBaHHBIX B

naboparopun npod. C.C. VsanueBa (UBC PAH, Poccus)
Ha ONHOLIGHTPOBOM IIOCT-METAJUIOLIEHOBOM KaTaju3aTope
F97 B ®TU mm. A.®. Nodpde B maboparopun ¢usuku
IIPOYHOCTH TaKKe IIOJy4eHbl BBICOKOIPOYHbIC ILICHOYHBIC
Huta CBMIID c mpemesioM OpoYHOCTH Ha paspeiB A0
4.5 GPa u monyniem ynpyroctu 180 GPa [3].

HecMoTpa Ha JOCTUTHYTHIE yCIeXH B IOJYYEHUH BBICO-
KOIIPOYHBIX MJICHOYHBIX HHUTEH, BCE e MX XapaKTEePUCTUKU
ele JlaJIeKu IO TeopeTuueckux oueHok. ITpu momyne ympy-
roctu 200 GPa teopermyeckuil mpenes MPOYHOCTH HUTEH
CBMIID nomxeH coctaBiarh okoio 20 GPa. Ilostomy
MOUCK NyTed YJIyYIIeHNUs] NPOYHOCTHBIX XapaKTCPHCTHK
opueHTnpoBaHHbIX HUTeH CBMIID mponoskaercs.

HocTmxeHne BBICOKMX MPOYHOCTHBIX XapaKTePHCTHK 3a-
BUCHUT OT JIByX MOMEHTOB: CTPYKTYpPbI YaCTHIl PEaKTOPHOTO
MOPOIIKA, ONTUMAJIBHON Ui OPMEHTAI[MOHHOTO BBITSATH-
BaHUS, © BO3MOXXHOCTH CO3[aHMs IPOYHBIX KOT€3MOHHBIX
CBI3ell MKy YacTHLAMH, NPENSITCTBYIOIIUX IpexIaeBpe-
MEHHOMY pa3pblBy oOpaslia B Ipolecce BHITSHKKU 10 HO-
CTIDKEHUS IpefesIbHO BO3MOXHOU CTENeHH! YIJIMHCHHUS.

OnTuMasbHOM CTPYKTYpOH HACLEHTHOIO IOPOLIKa CYH-
TaeTcsl CTPYKTypa ¢ MUHUMAJIbHBIM KOJIMYECTBOM MOJIEKY-
JIAPHBIX 3alleIlJICHHi, Y1CI0 KOTOPBIX 3aBHCUT OT TeMIepa-
Typbl MOJIMMEPHU3aLy, TUIA KaTajJu3aTopa U MHOTUX APY-
I'UX YCJIOBHiI cuHTe3a. IIpOoYHOCTh MeXYaCTHYHBIX I'PaHUILl
olpenesisieTcsl YCJIOBUSIMA CIIeKaHus nopomika. [Ipu atom
B)KHBIM SIBJIICTCS COXPaHEHHE MUHAMAJIBHOTO KOJIMYECTBa
3alleTUICHHUIL, CYIECTBOBABIINX B UCXOIHOIN CTPYKTYpe.
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Lempio Hacrosimeil paOOTHl SIBJISUIOCH CPaBHUTEIBHOE
UCCJIEIOBAaHUE KPUCTAJUIMYECKOH CTPYKTYpHl PEaKTOPHOIO
nopomka CBMIID nocse cnekaHus mop AaBjiCHHEM BBIIIE
U HIDKEe PaBHOBECHOW TeMIepaTyphl IJIaBJICHHA IOJMMepa
C TIOMOUIBIO PEHTTeHOCTPYKTYPHOIO aHajM3a B OOJIBIIMX
yriax.

2. OKcnepuMmeHTanbHas 4YacTb

2.1. Marepunanbl

HccnenoBannss mMpoBOAMIIMCh HAa PEAKTOPHOM MOPOIIKE
(PII) CBMIID-5224, cuHTEe3WpOBaHHOM B JIAOOPATOPHBIX
ycioBusix B IHCTUTYTE BBICOKOMOJICKYJIIPHBIX COCIMHEHUI
PAH, (Canxr-ITetepOypr) myTeM CyCHEH3HOHHOM MOJIMMe-
pU3alMM B TONYOJIC IO METOMIHMKE, OMHMCAHHOW B [6], ¢
UCTIOJIb30BaHUEM THUTaH-TAJIOMIHBIX ()EHOKCUMMUHHBIX Ka-
Tamu3aTopoB ocoboro crtpoeHuss PS-1229, axtuBuposaH-
HBIX METUJIAJIIOMOKCaHOM. MouleKyispHas Macca peakTop-
Horo mopomka 5224 cocrapnsma Mw = 3.1 - 10° g/mol,
Thomm = 40°C, HachIHAA TUIOTHOCTD Pyacyn = 0.051 g/cm3,
¢pakmms 250 < d < 850 um. Takod mopomIok ajisi Hcciie-
noBaHWi ObUT BEIOpaH HAa OCHOBAaHWHU JIMTEPATYPHBIX [aH-
HBIX, CBH/ICTEJIECTBYIOMMX O (POPMUPOBAHMH ONTHUMAJIBHOM
crpykrypsl PII CBMIID s tBepmodasnoil nepepadboTkn
npu cuaTese CBMIID Ha mocTMeTasIIONEeHOBHIX KaTaln3a-
Topax [6].

2.2. TpuroTtoBneHune obpasyos

OO0pasnpl I WCCIICHOBAHHUSA TOTOBWJIM MO IPUHIUILY
MOPOIIKOBOH METaJUTyprid, JaBHO IPUMEHSEMOH B IIpO-
MBIIUIEHHOCTH TIPU TepepaboTKe TYrOIUIaBKUX METasUIoB,
KEepaMHKH M HEPACTBOPHMBIX M HEIUIaBKUX MOJIMMEPOB,
TUNA TOJIUTETPadTOPITUIICHA, MOJIMOEH3UMHUNIA301a U [p.
CxeMa NPHUIOTOBJICHUSI MCXONHBIX 00pasinoB (ImpeKypco-
POB) VTSI TOCIIEAYIOIIET0 OPUEHTAIMOHHOTO YIIPOYHCHHS U3
PIT CBMIID Bximrovaer aBa orama:

1. KomnaktupoBanue (ymioraenune) PIT npu KoMHATHOM
TeMreparype AJisi CO3laHHMs Haubosiee TECHOro KOHTaKTa
MEKly MOBEPXHOCTAMH Oymkaimmx cocenHux vactun PIT
CBMIID u yBesm4eHusi aAre3nOHHON MPOYHOCTH KOMITAKTa
3a CYET MAaKCHMMaJIbHO BO3MOYKHOTO YMCHBIICHHUSI CBOOOTHO-
ro o0beMa U M3THaHUSA ,,[IOMAaHHOT 0 BO3/TyXa.

2. CriexaHue HOJyYEHHOTO KOMIIAKTa C LEJIBIO CO3[aHUA
HanOOJIbIIET0 KOJIMYECTBA KOTE3MOHHBIX CBf3EH MEXIy HC-
xonHbeMH yacTunamu PII, obecrnieunBaromux MeXxaHUIECKYIO
MPOYHOCTb MpPEeKypcopa, MO3BOJAINIYI0 B JajIbHeHIeM
OCYyIIECTBJIATH Ae(OPMALMOHHOE YIIPOYHEHHE IPEKypcopa
IyTEM BBICOKOTEMIIEPATYPHOX MHOIOCTaJAUAHOA OpHUEHTA-
IIMOHHOM BBITSKKHU 0€3 MPEXIEBPEMEHHOTO pa3pbiBa OPHCH-
THPyeMOro o0pasiia 10 JOCTIKEHUSI UM IPEIeSIbHBIX OpUCH-
TaIMOHHBIX yUIMHEHNH. CrieKaHne 0OBIYHO OCYIIECTBIISACTCS
IIPU OTHOBPEMEHHOM BO3[ECHCTBUU JABJICHHUS U TeMIEpaTy-
PHI, He mpeBblaomei Ty, ucxoguoro PII.

[Ipu 3TOM BBIABHUTAOTCH MPUHIUNUAIBHO BasKHBIE TpeOo-
BaHMS K BHIOOPY 3HAYCHWI CKUMAIOIINX YCHIIMI Ha CTaIuH
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KOMITAaKTHPOBAHKS ¥ MOBBIIICHHBIX 3HAYCHUN TEMIIEPaTyphl
U CKUMAIOIIMX YCUJIMI Ha CTaluM CIICKaHUsl, IPU KOTOPHIX B
Ipoliecce IMPUrOTOBJICHUS MTPEKypcopa HEOOXOMUMO B Mak-
CHMAaJIbHOU CTEHEeHH COXPAaHHUTh CIelu(UIEcKyl0 HaaMoJe-
KYJISIpHYIO OpraHu3anuio, c(hopMUpPOBABIIYIOCS B IIpoLecce
cuHTe3a ucxogHbx PIT

IlepBriit 3Tan — xommnakTupoBanue PII, ocymecTsisics
METOIOM XOJIOJHOTO MPEeCccoBaHus (P KOMHATHOI TeMIIe-
paTtype) IpH HCIOJIB30BAHUH CIICIUAIBHO H3TOTOBJICHHON
3aKpBITOM IIUTMHAPUYECKOU Ipecc-popMbl ¢ BHYTPSHHHM
auameTpoM 20 mm u ¢ AByMs TIIATEeJIbHO IOTOTHAHHBIMU 1O
IuaMeTpy IyaHcoHamu. TopleBble MOBEPXHOCTH IUIOCKOIA-
paJUIENIbHBIX ITyaHCOHOB ITOJIMPOBAIMCH IO HIEPOXOBATOCTU
MeHee 1 um.

JU11 KOMIIAKTUPOBAHUS MEXIY IIyaHCOHaMH IOMEIIaJId
HaBecKy nopomka CBMIID Becom 60 mg 1 ycTaHaBIMBaIN
npecc-popMy B THAPABIMYCCKHI Ipecc. BoOop BeIMYnHBL
CKMMAIOIIETO NaBJICHHS M [UIMTEJIBHOCTH HAXOXICHHUS KOM-
MaKTa MOJ Harpy3Koil OCYHIECTBJISUICS C YYETOM pe3yJIbTa-
ToB pabotr [7,8]. B pabore [7] ObuTH MOTy4CHBI JaHHBIC O
CKAMaeMOCTH KoMMepueckux nopomkoB CBMIIO ¢ mone-
KynsipHO#t Maccoit Mw > 2 - 10° g/mol, ¢ pa3nmyHoit HachIm-
HOH IUTOTHOCTBIO U Pa3/IMYHBIMU pasMepaMu U opmamu ya-
cruil. KpuBble CKUMaeMOCTH TaKUX MOPOIIKOB IIPEICTABIIS-
10T c000i1 3aBUCHMOCTH OTHOCHTEJIBHOTO YIUIOTHEHUSI, (TaK
Ha3bIBAEMOr0 MapameTpa YIUIoTHeHuss DR) OT BeslrdmHBI
CKMMAIOIIEro JaBJieHus: B mpecc-popme. Uit Kaxooro He
criedeHHoro (cpiporo) mopomika DR yBennuuBaercsi ¢ ias-
JICHUEM, CHavajla ObICTpO, a 3aTeéM CKOPOCTb YMEHbIIAeTCs
U KpUBbIe BBIXOHAT Ha IiaTo. Kanplii MOpOIIOK HMeeT
CBOIl XapaKTEepHBII YpPOBEHb IUIOTHOCTH Ha ILIATO, KOTO-
pBli MEHbIIE TOJHOHM IUIOTHOCTH Marepuaia. OKas3alioch,
YTO JIJIS BCEX HCCJICHOBAHHBIX ITOPOIIKOB BHIXON Ha IUIATO
MIPOUCXOANI IPH OTHOM U TOM K€ 3HAYCHUN BHEIIHETO CKU-
Maromero fasseHust oxkono 100 MPa (10 Kg/mm?), T.e. npu
CPaBHUTEJILHO HEOOJIBIINX JaBJICHUSAX. DTOT Pe3ysbTaT ObLI
TaK)Ke MOATBEPKIIEH B pabote [8], rae aBTOpHI UCCIICIOBAIH
peaxTopHble nopormku CBMIID ¢ onuHakoBoii MJIOTHOCTHIO
0.961 g/cm?, monexynsipabivu Maccamu Mw = 1.74 - 10° u
1.6 - 10° g/mol u paznmuHOil HackHOI MTOTHOCTBIO 0.057 1
0.206 g/cm?>. KpuBble CKUMAEMOCTH TabJIETOK TAKiKe BBIXO-
UM Ha JIMHEUHBIA y4acTok nmpu gaByieHuu okosio 100 MPa.
OueBuiHO, YTO H3-32 HAOJIIONAEMOro fIBJICHHSA IJIATO HET
IIPENMYIIECTBA B UCIIOIb30BAHNY JIaBJICHUH, TPEBBILIAIONINX
100—200 MPa. 115 nosmydeHus 0osiee BEICOKUX IJIOTHOCTEN
HEOOXOMMMO H3MEHSITh XapaKTepHCTHKU IOPOINKa, a He
TaBJICHAE.

C y4eToM MmoTy4eHHBIX B [7,8] pe3y/bTaToB MbI IPOBOJIH-
y koMnaktupoBanue PI1 B BbimeomnucanHoil mpecc-popme
IIpy KOMHATHOH Temmnepartype o nasiieanem P = 100 MPa
B TeyeHHMH 15min. 3areM maBjeHHME Ha Tpecce cOpachl-
BaJIOCh IIPU OTKPBITUM COOTBETCTBYIoLIero kiamasa. ITpu
9TOM OOpalaj BHUMaHHUE Ha TO, YTOOBI CKOPOCTH Habopa
u cbpoca maBieHHs ObUIM NPUMEPHO ONMHAKOBBIMU JIS
Bcex TabyieToK. B pesysbrare momydanu HCXOOHBIE KOMITaK-
THpOBaHHBIC TabJeTKN muamerpoM D = 20mm w Tommu-
HOH h; = 0.20 mm, KoTOpast HECKOJIbKO YBEINYMBAIACH 10
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h, = 0.215 mm mocJie BEICPKUBaHUS B SKCHKATOPE C Bia-
TOIOIVIONIAIONICH KPOLIKON IPY KOMHATHOU TeMIlepaTrype U
aTMOC(EPHOM IaBJICHHU B TCUCHUE CYTOK.

Bropoit sTan — cnekanne kommnakTupoBaHHbix PII mpo-
Bopuw 1of1 fasjeHueM 100 MPa B pa3/nuHbIX YCIOBHSAX.

[Ipexae WeMm onmcaTth KOHKPETHBIC YCJIOBHS IIPHTOTOB-
JICHUS] CIICUYEHHBIX OOpasloB I PEHTTCHOCTPYKTYPHOTO
aHajM3a, OOpaTHUMCS elle pa3 K MEeXaHU3My CO3IaHHS MO-
HoyuTHOU IwieHku u3 PII. Kak yxe ynoMuHanoch BbllIe,
CIIEKaHUE KOMIIAKTHPOBAHHOI'O IOPOIIKA IPOBOTUTCS MJIS
CO3/IaHUsI TPOYHOTO CLEIUIeHns: Mexay dactuiamu PIT u
HOJTyYeHHs MEXaHWYECKU IPOYHOTo IpeKypcopa AJIs Opu-
EHTAIIOHHOTO YIPOYHEHMUS. ,,3aJICINBAHUC" MEKIACTHIHBIX
I'PaHULl JOCTUTaeTCs 3a c4eT 0Opa3oBaHUs IPOXOOHBIX Cer-
MEHTOB MOJIEKYJl MEXIy dYacTHLaMu B mpouecce Iupdy-
3MOHHOI'O MPOHNKHOBEHHUSI CBOOOTHBIX KOHIICBBIX OTPE3KOB
MAaKpOMOJIEKYJI U3 COCEIHUX KOHTAKTUPYIOLIMX YaCTHLL IPyT
B apyra. C OIHOI CTOPOHBI, Ui YBEJIMYCHUS MOJICKYJISAp-
HOIl THOIBIXXHOCTU U YcKopeHHs Iuddy3un >xesaTespbHO
CYICCTBCHHO IIOBBICHTh TEMIICPATypy CIICKaHHS, OHAKO,
IpY 3TOM MOXKET IPOU3O0ITU HEKeJaTesbHas IepecTpoiika
WCXOMHON HaIMOJICKYJIIpHOM CTpykTypsl PII wm nmawxe
HeperUIaBicHie TOoJIMMEepa, eCId MPOBOIUTD CIICKaHUE MPU
TeMIlepaType BbIIE TeMIepaTyphbl IUIABJCHUS MHOJIUMeEpa
T > TO TlosToMy creKaHWe BCerja MPOM3BOIUTCS TPH
Temneparype Hike T, [9].

OnHako B psAfe SKCIEPUMEHTAIBHBIX PadoOT ObUTO OOHa-
PYKEHO yBeJIMYEHHE TeMIIepaTyphl IUIAaBJICHUS MOJIMMEPOB
C poCTOM rumpocTaTudeckoro nasienust. Tak B paborax [10]
u [11] npu uccnenoBaHNN KHHETUKH KPUCTAUIM3AIMHE HATY-
PaJIbHOTO Kay4yKa, UCIIONB3Ys IHIATOMETPHICCKIE METOMIBI
IJIS1 PacIIMPEeHHOro AMana3oHa TeMIepaTyp W THAPOCTaTH-
gecknx fasieHud 1o 1100atm u 2000 atm, GputO0 Omperne-
JICHO BJIMSIHHC JIQBJICHUSI Ha TeMIleparypy IviaBiienus. s
3TOI Lenu ObUTa MCHob30BaHa auddepeHmanbHasg popmMa
ypaBHenusi Kuaneitpona—Knaysuyca. s HaTypasbHOro
Kay4dyKa ero MOXKHO BBIPa3HTb Kak

dT?/dP = (dT2Av)/AH, = 0.0465 deg/atm, (1)

rae AH, = 15.3 cal/g o003HayaeT CKpHITYIO TEIUIOTY ILJIaB-
nenust, TY = 301°K — TemnepaTypa MuiaBjieHUsl IpH at-
MocdepHoM faBsiennn, 1 Avy = 0.098 cm’/g — usmenenue
o0beMa Ha IOBTOPSIOLIYIOCS eIUHUILY TJIaBJICHUSL.

B paGorax [12] u [13] Obu mCcIemoBaHBl MpoOLIEC-
Cbl KpUCTAIM3ALMM M OT)KUra IOJMATUJIEHA IIOf BBI-
coknMm masiieHueM, Oosee 2000 atm. s mommsTIUIeHA
Obula HalileHa CKpbITasg TemwloTa IutaBjieHus AH, pas-
nas 68.0cal/g, T9=410°K u Av, = 0.16cm’/g. Torna
dT2/dP = 0.0235 deg./atm. Takum oGpa3oM, Tpu faBJie-
v 100 MPa temneparypa mutaBieHust OyneT HpeBHIIATH
TeMIepaTypy IUIaBJeHHs HpH aTMOCGhEpHOM [aBJICHUU
AT = Ty — T s nomasTusiena Ha 23.5° u Ha 46.5° s
HaTypaJIbHOrO Kayduyka. ByHnepsmx [14], aHanusupysi ume-
IOIKecs JINTepaTypHble faHHble 1 Ty [1O mpu naBiieHnsax
BILUTOTH 10 P = 6 103 atm, Hamres1, 9To0 3aBUCUMOCTh I OT

JAaBJICHUA MOXET OBITH OIMCaHa KBaJIpaTUIHbIM ypaBHeHI/IeM
T = 415.7 4 28.1P — 1.66P2, (2)

rie napjienne P Beipaxeno B 103 atm, a TemmepaTypa — B
rpagycax Kenbeuna. [1py caMbIX HU3KUX TaBJICHUAX HAKJIOH
3TO#f 3aBHCHMOCTH cocTapiseT 35.2K/10%atm, T.e. mpu
P = 100 MPa yBenuyenue TemmepaTyphbl IuiasieHus PIT
MOKeT cocTaBJATb okoso ATy = 35K. CymectByer MHOTrO
TeOpHii, ONKCHIBAIONINX M3MCHEHHE TOIBMKHOCTU MOJICKYJT
B mojmMepax mnop jaaBicHueM. COBpEMEHHBI aHAIN3 BCEX
CYIICCTBYIOINX TEOPHU OaH B JOKTOPCKOW IMCCEPTAIIHU
CkoponymoBa [15], B KOTOpOii Takike MOKa3aHO, YTO TEM-
neparypa IUIaBJIeHUs] Tr, IOJIMMEPOB B YCJIOBUSIX THAPOCTa-
traeckoro aasieHns 100 MPa Bospacraer Ha 20—40°C.

[losTOMy MBI mOJaraiam, 4ro, CHEKaHHEe KOMITAKTHUPO-
BaHHBIX TabseTok mox pfasieHueM 100 MPa mpum Temrme-
patype 145°C, 9TO HecKOIbKO BHIIE paBHOBECHOH T
npu atmocheprom nasiernn (no HammMm JICK manabBIM
wis PIT CBMIID 5224 TO = 141.5°C) He npuBemeT K
KaTacTpo()MYecCKOMy H3MECHEHUIO BHYTPCHHEH CTPYKTYpBI
PII, HO oGecrieunt Oosee 3¢dpexTrBHYIO B3anMonu(Qysuo
MOJICKYJIIPHEIX CETMEHTOB Ha TpaHMIaX yacTdil. s mon-
TBEPIKICHHMS TOI TUIIOTE3Hl M MIPOBEICHUS] CPABHUTEIILHOTO
aHaJM3a KPHUCTAJUIMYECKOH CTPYKTYpHL, (opMupyromeiics
npu crekannn kommaktoB mpu 130°C (crammaptHas mpo-
nemypa) u 145°C, GbUT H3TOTOBJICHBI CJICAYIONINE OOPa3IIBL

1. TabneTKy momMemanym B NPEABAPUTENILHO Pa3orpeTyio
1o 130°C npecc-popMy, pu 3TOI Temreparype HOTHIMAIIN
nasyeane 1o 100 MPa u BBImepxwBa/mm B mpecc-opme
t = 30 min. 3arem cOpaceiBay [aBJjicHWE, W3BJICKAIN Ta0-
JIETKy ¥ OXJI&XHaId 10 KOMHATHOU TEMIIepaTyphl, MOMe-
CTHB TabJICTKy MEXIY IBYMSI METALUTHICCKUMHU TTACTHHAMUA
(Standard).

2. TabneTky momemamm B pasorperyio no 130°C mpecc-
¢opmy n noganmanm aasiierne 1o 100 MPa. 3atem momos-
HHUTEJIBHO pasorpeBaym mpecc-popmy mo 145°C u BeICp-
uBay npy 31X ycsoBuax t = 30 min. Ilocie dero oxiia-
xnam mpecc-popmy 1o 130°C um cOpaceiBayin maBJicHUeE,
W3BJICKAIN TAOJICTKY U OBICTPO OXJIAXKHAIA IO KOMHATHOU
Temreparypsl (pexum I, mode I).

3. O6pasupl B pexkume II (mode II) msrorassmBasmch
TaKUM ke 00pa3oM, Kak U o0pasibl B pexume 1, Ho 1pu 1o-
criokenrn 130°C mociie cOpaceBaHusI JaBJICHUS TabJeTKa
OXJIaXIaJIach 10 KOMHATHOM TeMIIepaTypsl B mpecc-popme.

4. O6pasust B pexume III (mode II), B ommune or
o0pasoB, HolydeHHBIX B pexkume II, oxmaxkmamuce no
KOMHATHOI TeMIepaTypsl B Ipecc-hopMe oI IaBJICHHEM
100 MPa.

Ba)xHO OTMETUTH HEOOXOMMMOCTH TOBBIIICHUS TeMIIepa-
TypH B mpecc-popme 1o 145°C TospKo TOrNa, KOraa B Hel
yke Haxomutcsl Tabserka mox pmasieHueMm 100 MPa. Ilpn
cOpacblBaHMH [aBJICHHUs TeMIepaTypa HE NOJDKHA MpPEBbI-
matp 130°C. HaxoxmeHune TaOJeTKH HEMOCPEICTBEHHO B
npecc-popme, pasorpetoit 1o 145°C Ge3 maBieHus, BiIe4YeT
3a co0Oll KaTacTpOpHICCKHE U3MCHEHHUS B CTPYKTYpE TayKe
B TEYCHNE HECKOJIbKAX CEKYHJI HEOOXOMMMBIX JIJIS TIOTHATHS
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JaBJICHUS, YTO TMONTBEPMHIACTCS HAIIMMHU KCCJICTOBAHUIMHI
CIIeYeHHBIX KOMIaKToB ¢ momoinpio Metona JICK [16).

2.3. bonblieyrnosas peHTreHoBCcKas
audpaktomeTpusa (WAXD)

JudpakinoHHble KpUBbIE B IIUPOKOM YTJIOBOM JHana3oHe
B pexuMe 0—20 CkaHMPOBaHUS OT CIICYCHHBIX KOMIIAKTOB
HOJTy4aJTi Ha MOPOLUIKOBOM PEHTTCHOBCKOM AU(paKToMeTpe
D2Phaser, pupmsl Bruker, ocHaneHHEIM MeTHON TPyOKOil 1
PSD-perexkropom LynxEye.

Ha pmc. 1 mpuBegeHa peHTreHOrpaMMa B JIHAIMa30HE
yrnoB 10—84 rpamycoB mo mxange 20 OT CcHEYeHHOR
TabsieTkn peaxkTtopHOoro mopomka CBMIID, momydeHHOrO
no crangaptHomy pexumy (T = 130°C u P = 100 MPa).
IMockombKy muppaKkIOHHAS KPUBas OPTOPOMOMIECKOTO T10-
JIMSTUJICHA TIPEICTaBJICHA TOJBbKO MABYMs SPKMMU OTpa-
eHusiME oT 1wiockocteir (110) u (200), a ocranbHBIC
peduieKchl IMEIOT OYeHb CJ1a0yl0 MHTEHCUBHOCTD, Ha pHC. 1
MOKa3aHbl OT/IeJIbHbIC MHTEPBAJIbl B YBEJIMYEHHOM MacITabe
N0 IIKaje MHTEHCHBHOCTH. VIHTEHCHMBHOCTb B HHTEpBaJie
mis otpaxkenust (220) ysenmuena B 10 pas, a misa (330)
u (002) — B 50 pas.

2.4. Metoabl pacuyeTa pa3mMepoB N UCKaXKEHUi
KPUCTannuToB

2.4.1. Metop LUeppepa. 13BecTHO, 4TO NpU yMEHbIIE-
HUX Pa3MepoB 00JacTeil KOrEPEHTHOrO PacCesiHUs PeHTIe-
HOBCKHX Jydeil (KPHUCTA/UINTOB) M BO3HMKHOBEHHH B HHX
[eeKTOB PasIMYHOIO THIA CYLICCTBEHHO BO3DACTaeT IIH-
puHa IU(PAKIMOHHBIX PeIICKCOB 110 CPABHEHHUIO C HHCTPY-
MEHTAJIPHON IIMPHHON [T WICAJIbHBIX KPHUCTAIIOB GOJIb-
uX pasMepoB. IIpeasioKeHO HECKOJIBKO MOIXONO0B aHaII3a
3¢ dexToB ymmpeHus: peIIeKCOB I OLICHKH DPasMepoB
KPHCTA/UTUTOB U uX AedextHocTr. ITpocTeiimmii u3 HUX —
meton Ileppepa [17], mpeamnosaraloniuii, 4To YIIMpEHHE
O0YCIIOBJICHO HCKJIIOYATESIBHO MAJIBIMH pasMepamMd  KpH-
CTQJUTUTOB, BHYTPEHHSISI CTPYKTYpa KOTOPbIX OesnedeKTHa.

B 5TOM NpHOIMIKEHAN OIICHKA YCPEIHCHHBIX Pa3MepoB
KpUCTA/UTUTOB Dy B HAIPaBIICHAH, ICPICHINKYISIPHOM
wiockoctsiM (hkl), mpoBomuTest o Gopmysie:

thl = kﬂ,/ (AZG)t Cos Qm, (3)
rne: Om — YyIVIOBOe MOJIOXKEHHE IMKa (MakCcUMyma) pe-
¢uiekca, rad.; (A20); — ncTHHHAs JIMHEHHAsl MOJYLIMPHHA

peduiekca, paa; A — JIMHA BOJIHBI HCIOJIB3YEMOIO H3JIy-
deHus; K — nocrosiHHast [lleppepa, KoTOpyio daiie BCero
npuHuMaioT paBaoi £ = 0.9. (Bonee neransro — oM. [18]).

Anpropy MOJKHO yTBEpXKIaTh, YTO NAHHBIA ,,AICATH3HPO-
BaHHBIH“ IOXOJ MO3BOJISICT MOJTYYHUTh JIMIIb IPUOJH3HTEb-
HYIO OLICHKY Pa3sMepOB KPHCTAJUIUTOB, KOTOPbIC HE MOLYT
VICIIOJIb30BATBCS JUISl YCTAQHOBJICHAST KOPPEKTHBIX COOTHO-
IEHAN CTPYKTypa—cBoiictBa. K coxasieHmo, BCIICICTBIC
CBOEIi IIPOCTOTHI ITOT METO CJIMIIKOM YaCTO UCIIOJIb3YETCsI
JIO CHX TIOP.
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Puc. 1. Pentrenosckast GosblieyrioBasi Hu(pakOHHAs KpHUBast
HCXOIHOU creueHHOH TabsieTkn nmopomka CBMIID-5224.

2.4.2. Metop, BunbamcoHa—Xonna. MeTton HECKOJTbKO
pacimmpsier Bo3MoxkHOcTH MeTofa Illeppepa, IMOCKOJIBKY
YUYUTBIBACT AOMOJIHUTENIBHBII BKJIajl B YIIMPEHUE pe(IeKCoB
nedpextoB [ poma, oOycIOBJIGHHBIX HaJWYheM B oObeMe
MOJIMKPUCTAIUTMYECKOr0 MaTepraia HEOTHOPOIHBIX BHYT-
PCHHHX MEXaHMYECKUX HampshKeHHH. UToObl pasmesnTsb 3¢-
(EKTHl IUCTIEPCHOCTH Pa3MePOB KPUCTAJLTUTOB M MUKPOHUC-
Ka)KeHU, HeOOXOIUMO NPOBECTH U3MEPEHNS He MEHee Tpex
MOPSAKOB OTPaXKGHHs OT OHHON CUCTEMBI IJIOCKOCTeH U
BOCIOJIb30BAThCS PA3JIMYHOM 3aBUCUMOCTBIO THCIICPCHOCTH
1 MUKpOHCKaxeHHi oT sin 6/1. Hampumep, ecam cuurtarts,
YTO YIIMPEHWE 3a CYET IHUCIICPCHOCTH M 3a CYET MHUK-
porckakeHnil onmcbiBaercs: ¢yHkimeil Komm, To MoxHO
IIOCTPOUTD 3aBUCUMOCTD U1l Pa3HBIX MOPSAKOB OTPaKEHUS
B BUJIE

B =kA/DcosO + e4tan0, 4)

rae B — o¢msmdeckoe ymupeHne AUQPaKIOHHOIO MaKCHU-
MyMa; A — nmHa BostHbl CuK,-u3itydennsi; K — koHCTaHTa
[leppepa (MoXXHO IPHHATH paBHOI enunuLe); D — pasmep

obyacTeit KorepeHTHoOro paccesHus; 0 — bperrockuit
YIoJI; € — BEJIMYMHA MHUKPOMCKAKCHUI KPUCTAILTHYCCKOM
peIIeTKA.

Bunonsmennm dyuximo (4) xak
Bcos® =A/D + edtan 6 (5)

BUIMM, YTO 3TO €CThb ypaBHCHHE IPSIMOU, IIe OTPE3OK,
OTCEKaeMBIil 10 OCH OpAWHAT, AacT BeymunHy A/D. U3 mo-
JIy4yeHHOi mHelHoi ¢pyHKImu B cos 0/ ot 4 sin 6/1 MOxKHO
paccunTtath 3HaueHus cpenHero pasmepa OKP u e.

Eciu 06e GyHKIMM UMEIOT BHJ e’ (dbynkmu Taycca),
TO TMOCTPOUM aHAJIOTUYHYIO 3aBHCHMOCTH ISl JIBYX-Tpex
MOPSIAKOB OTPaYKCHUS B BHIC

((Bc0s0)/4)” = (K/Dio)? + ((edsin@)/1)".  (6)

II¢ & — BEJIMYMHA MUKPOHANPSHKCHUI KPUCTAJUINIECKOH
peIIeTKA.
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2.4.3. Metog XosemaHHa. AHam3 MUPPAKINOHHBIX
KapTHH OT YaCTHYHO-KPUCTAJUTMYCCKUX HOJIMMEPOB MOKa-
3bIBACT, YTO O CPaBHEHWIO, HAIPEMEP, C MeTaUlaMH, UX
PEHTTeHOI'pPaMMBI COEPXKAT CYIIECTBEHHO MeHbIe pedulek-
COB, U TIPU ATOM HaOJIIOfAeTCs 3HAYUTESIbHOE YMEHbLICHHE
MHTCHCUBHOCTU M YBEJIMYCHHE IOJIYyLIIMPUHBI Pe(IIeKCoB
VI JTaJIbHUX MOPSIIKOB. ODTH HeoObrdHBIE 3(¢dexTs Xo-
3eManH [19] OOBSICHHI Ha OCHOBE HOBOIl KOHIICIIMH —
NapaKpHCTAJUINYECKOTO XapaKTepa arperayi CTPyKTYPHBIX
3JIEMEHTOB B MAJIOYNOPSHOYCHHBIX CHCTEMaxX M BO3HHK-
HoBeHMH uckaxxkeHuil II poma. B wuccienoBaHHBIX Hamu
o0paslax TaKUMH CTPYKTYPHBIMH 3JIEMEHTaMH SBJISIOTCA
IUTACTUHYATBIC JIAMEIA MO3aMYHOTO CTPOCHHUSI, COCTOSIIINE
U3 KPUCTAUIATOB M3 CKJIAMYATHIX MOJIEKYJ. B momoOHBIX
CHCTeMaX HEeT CTPOroil MepUOIMYHOCTH JAIBHEro MOpSIKa
B PACIIOJIOKEHUM MOTHBOB, M IOSBJAIOTCH (IIyKTyauun
PACCTOSHUI MEXIy MOTHBaMH, KOTOPbIE BO3PACTAIOT C YBe-
JIMYEHHEM PacCTOSIHUA OT BBIOPAaHHOTO Havajla KOOpPAMHAT
U, KpOME TOI'0, CKa3bIBAIOTCSI HA BCEX OCTaJIbHBIX PacCTOsi-
HusIX. [1oaToMy (yHKIHMS pacrpeniesieHruii MeCTOIOIOKEHHUS
cocefiell BMECTO HeaJIbHO IEePUONUYECKON IpU HAIUYUU
nepexroB | poma cTaHOBUTCS CTaTUCTUYECKON Hapakpu-
CTaJUIMYecKOl (YHKLHMEN paclpeneseHus BTOPOro pona, B
KOTOPO#l CPaBHUTEIIBHO OTYCTIIMBO BHIPAXKCHO pacIperesie-
HHE IIePBBIX COCEfleil, T.e. OJIDKHMIT mopsmok. Yem naree
pacnoyiokeH MOTHB, TeM O0ojee pa3MBITOH CTaHOBUTCS
(GyHKLA pacrnpenesieHusl, U NMPU HEKOTOPOM PaCCTOSHUU
(pamiyc B3aMMOIEHCTBYS, 00JIACTh YIOPSIOYEHHOCTH, pas-
Mep MapaKkpucTaslia) HapyIIAITCsl YCJIOBUSI KOTEPEHTHOIO
paccestHisI peHTI'CHOBCKUX JIy4Yell Ha ¢1ab0 yHOpsIOYeHHOM
CHCTEME.

B meTone Xo3emanna [19] pasmepst napakpuctauioB Dyy
Y BEJIMYMHBI MAPAKPUCTAJUINYECKUX UCKKCHUI § paccuu-
TBIBAIOTCA Ha OCHOBAaHMHU HHTETPajbHbIX MHTEHCHBHOCTEH
pe(dIeKCOB HECKOJIBKHX ITOPSIIKOB.

Wurerpanbhas nosymupuna peduiekca AB(b) ompenernsi-
Jlach Kak

B>
T1(b)db
b
D — )
max
rae: | (D) — HMHTEHCHBHOCTB paccesiHusi MOCJIE BBIYATAHMs

(oHa U anmapaTypHBIX UCKAKEHUH, | max — WHTEHCHUBHOCTb
pedriekca B MakCUMyMe.

[lepBoHayaIbHYIO 3aBUCHMOCTb MHTEHCHBHOCTH pedJiek-
ca oT yria paccesanusi bperra 20 mepecTtpauBaju B 3a-
BHUCUMOCTh OT yrjia paccesHuss b =2sin6/4, rne 1 —
IUTIHA BOJIHBI PEHTTEHOBCKOTO M3JIyYCHHS, B COOTBETCTBUH
¢ popmymoii

Ab = ((2 cos 9)//1)A9. (8)

B paGote misi BCeX WCCICNOBAHHBIX OOPA3LOB OIPEICIisi-
JIACh pa3sMephbl MAapaKpUCTAUIOB M HMapaKpHCTA/UTMYCCKUX
MCKQ)KCHMI HAa OCHOBAaHWM aHAJIN3a MHTETPAJbHBIX HH-
TEHCHBHOCTEIl TPeX MOPSIKOB OTPAXCHHIl OT IUIOCKOCTEH
(110), (220) u (330) must OPTOPOMOMYECKUX KPHCTAILINYE-
CKHX 3JIEMEHTAPHbIX STYCEK.

NnTerpanphas nomynmpuHa pedIieKcoB JII000ro mopsaka
OTpaxkeHHs1 OT Kpucraumueckux mmiockocredl (hkl) casiza-
Ha ¢ pasMepoM Djjp KpUCTa/UIUTOB, NMEPHEHIUKY/IAPHBIX
K 9THM IUIOCKOCTSIM, U BEJIMYMHOH NapakpUCTaJIIIMYECKUX
HCKaKEHHI 119 CIICAYIONMM BoipakerueM [19]:

AB = 1/D110 + (7g110)*d110b%, 9)

rme dijg — IMEpUON UACHTUYHOCTH (WM YCPETHEHHBII
[eproN) B NEPICHINKY/IIPHOM HAMPABJICHUH K IIOCKOCTSM
(110), (220) u (330).

Ecu moctpouth rpadpuk B KoopamHatax AB — b%, To
V1A TpeX MOPSAKOB OTPaXEHUs [ODKHA HaOmogaThes
npsAMas JIMHUA, OTCeKalollas Ha Y-OCH OTPE30K, paBHbIN
ABy = 1/D119. VI3 HakoHa mpsiMOi tg @ HAXOAWTCS BENHU-
YHHA MAPaKPUCTAIUINIECKUX UCKAKCHUIA (110

B tga
gllo—wﬂ—Zd“O. (10)

3. Pe3synbtathl n obcyxpaeHune

B xauectBe mpumepa Ha puc. 2—4 IpHUBENCHH TPU BHI-
IeJICHHBIX (parMeHTa SKCIIePHIMEHTAIBHBIX IA(PPAKTOrpaMM
OT CIICYCHHOI'0 PEaKTOPHOro mopomka 5224, moixy4eHHOro
no pexumy I (mode I). Ha manHbIX dparmMeHTax OTYETIIH-
BO BUJHBI HECKOJIbKO MEPEKPHIBAIOIUXCA JU(PPAKIIMOHHBIX
MaKCHMYMOB, COOTBETCTBEHHO:

Puc. 2 — obmacts yrmoB mudppakmmm 20 ot 14 mo
38 rpamycoB (mepBbie HOPSIIKA OTPAXKEHUSI OT IIOCKOCTEH
(110) u (200) opTOPOMOHYECKOIA TUCHKN ).

Puc. 3 — oGnacte yrioB mudpakimuym 26 ot 38 mo
45 rpagycoB (mudpaKIMOHHBIC MUKW BTOPOTO MOPSIKA OT-
paxkenust T wiockocreir (220) siaeiiku, a Takke pedIIeKCH
ot mwiockocreit (011), (310), (111) u (201)).

WAXD of pellet 5224 mode I, 110

1000 |-
i 3 « WAXD data
I ff — mono (001)
800 4 — mono (200)
z i H — mono (210)
g | I ~~ ortho (110)
& 600 ; ? -- ortho (200)
8 I it - amorphous
2 | I — fitting data
Z 400 it
o] I 44 bl
= I [ 43
L :,l llt a0
200f
- S
0 T SR :

14 16 18 20 22 24 26 28 30
20, deg (CuKal)

Puc. 2. Pasnoxenue nepexpblBaIOIXCsT pe(IIeKCOB Ha COCTABJIS-
FOLINE [UTST SKCIIEPUMEHTAIIBHOM TH(PAKTOrpaMMBI TIEPBOTO TTOPSI-
ka orpaxcenusi (110) B mmamasone yrioB 14—28 rpamgycos 1o 26.
(R?* = 0.99942, u x> = 0.03367).
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WAXD of pellet 5224 mode 1, 220

¢ « WAXD data
C - ortho (011)
20 -- ortho (310)
2 | — ortho (111)
2 15k #% — ortho (201)
=L ¢ | — ortho (220)
g C X‘\,— fitting data
=101 v,
7 N Y S
8 sf Y/
S F )
0 : ...........
L R2=0.99779, ¥% = 0.00343

. PSR TN RS E T RESA TS SRS BT T
385 395 405 415 425 435 445

20, deg (CuKal)
Puc. 3. Pasoxenne nepexprBalomumxcs: pediekcoB Ha COCTaBJIs-

OLIHE [UIST KCIEPUMEHTAIBHOM Iru)paKTOrpaMMBl BTOPOTO TOPSII-
ka oTpaxxeHus (220) B obiactu yriioB 38—45 rpagycos mo 26.

WAXD ;)f pellet 5224 mode I, 330

* WAXD data
3.0 A - ortho (230)
‘ I -~ ortho (420)
w25 ¢y == ortho (321)
= } ! . -~ ortho (411)
= 2.0 b A — ortho (330)
g i3 % -- peak 6
=15 ] t g \‘},9 » — fitting data
I S I\
g 1.0 ] 13 ilg %’x
E \3
— 05 / ,\\M ,"T\ ‘\}
L ‘\\:/ L \\\ '
O O il P _ - , >
R%=0.99776, x> = 0.00023
T S S S P TSR |

| -
59 61 63 65 67 69 71
20, deg (CuKal)

Puc. 4. PasnoxeHne nepekphIBAIOIIMXCS TMKOB HA COCTABJISTIONIIE
UL 9KCTIEPUMEHTAJIBHOM  TU(PAKTOrpaMMBbl  TPETBETO MOPsIIKa
orpaxenus (330) B obyactu yriioB 20 59—69.8°.

Puc. 4 — obnacte yrios qudpakumm 26 ot 59 no 70 rpa-
IycoB (nupaKIMOHHBIA UK TPETHEro MOPANKA OTPAXKEHUSA
ot 1wiockocreit (330), a Tarke peuIeKChl OT IJIOCKOCTENl
(230), (420), (321) u (411)).

Iockonmbky B Merome Xo3eMaHHa [l JaJIbHEHIIEro
aHaJIN3a HEOOXOOMMO TOoTydYeHue Haubosiee KOPPEKTHBIX
3HA4YCHMI MHTETPajIbHBIX MHTEHCHBHOCTEH TPeX MOPSIKOB
orpaxkenusi ot miockocreit (110), (220) u (330), morpe-
00BaJIOCH TIPOBECTU KOMIBIOTEPHOE Pa3JIOKCHIE CIIOXKHBIX
oudpakTorpaMM, IpecTaBICHHBIX Ha puc. 2, 3 u 4.

OKclieprMEHTaIbHEIE [aHHbIE ObLIM Pa3jIoXeHbl Ha OT-
JeJIbHBIC THKU TIOATOHKOH MpPOGUIbHBIX (GYHKIMA C MO-
momipio mporpamMmel  LIPRAS MATLAB [20]. Ucnoss-
30Baly NpoduibHBle cuMMeTpuuHble (yHkmuu laycca,
IMupcor-VII m ncespo-Poiirra. Iloaronky ocymecTsiIsm,
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ucnosb3yd anroputMsl Trust-Region-ReflectiveLeastSquares
u JleBenGepra—Mapksapnra [21]. KauectBo momronku u
PasJIoKeHus OleHUBAIN K03 duimenTom aeTepmunanmy R
1 KputepueM corsacus x> (cM. puc. 2).

®parMeHT  SKCIEPUMEHTAJbHOH  JU(paKkTorpaMmbl
MepBOro MOpsIKAa OTpaxKeHHs Ha (oHe ABYX OOJBHIMX Iie-
PEKPBIBAIOIIMXCS [MKOB OpTOpoMOudeckoit dassl 20(119) =
=21.47rpap. u 20300 =23.78 rpan. COmEPKUT Psil Ma-
JIONHTEHCHBHBIX TEPEKPHIBAIOIIMXCS HKOB MOHOKJIMHHOM
bazer Myo1 (20=19.67 rpam.), My (20=22.45rpan.) u
m_»0; (26 =24.59 rpan.).

Ha puc. 3. mokasaHo pasjioKeHHe MepeKphIBAIOIIMXCS pe-
(JIeKCOB C TOMOIIBIO TTOATOHOYHOW NMPOGHIbHON (PyHKIMN
ITupcon-VIL IMapamerp m 6611 6530k 10. dudpakmmonsas
KpuBast B o0actu yryioB 38—45 rpamycos no 260 comepxur
OSITh [IMKOB OTHOCSIIIUXCS K opTopoMmOudeckoii dase: (011),
(310), (111), (201), (220).

Pasnoxenne mepekphBalomuxcs peduieKcoB B 001acTh
yrioB 59—69.8 rpagycoB mo 260, nokasanHoe Ha puc. 4,
CONCPIKUT IUKH, OTHOCSIIIAECS TOJIKO K OPTOPOMOMYECKOI
daze: (230), (420), (321), (411), (330).

Kak Obuto mokasaHo panee B Jmreparype (CM., HAmpH-
Mep, [22]), Wi MONMMMEpPHBIX KPHUCTAIOB Gosiee KOPPEKT-
HOIA siByIsIeTCst 00paboTKa peHTreHONU(DPAKIIMOHHBIX TaHHBIX
no Merony Xo3eMaHHA, ONMCAHHOMY BBIIIE B pasfelie
»JKCIIEpIMeHTasIbHast 9acTh. Ecym moctponts rpaduk B
xoopiuHaTax AB — b?, To 1A Tpex MOpsAKOB MOIKHA Ha-
OJtroaThes IpsiMast JIMHUS, OTCeKalolasi Ha Y-OCU OTPe30K,
paBHblit Ay = 1/Dq0. I3 HakioHa ipsimMolt tg @ HaxomuTCs
BeJIMYMHA NAPAKPUCTAIMYESCKUX UCKaKEHUH Q1 10.

JeicTBUTENBbHO, B HAIIeM CJTydae [JIs BCEX HCCIICIOBaH-
HBIX 00pa3LoB HaOJofanach NpAMOJIMHENHAs 3aBUCUMOCTD
AB oT KBaJipaTa BEKTOpa paccesHus, YTO CBUIETEIbCTBYET O
TOM, 4TO YIIMpeHHe HabmofaeMbIx pedIekCoB B OCHOBHOM
00ycJIoBJIeHO mapakpuctaummdeckoil npuponoit OKP.

IIpumep Taroro rpaduka nokasan Ha puc. 5.

0.09 .
t L0 = 1/sqrt (y-intercept) = 18.44 nm
- g110= 1.3%
Fop2 =
0.08 F R“=10.9832
T o
= C
=
=0.07F
. 5224 P =100 MPa, mode I
0.06F = ® Experimental data
C — Linear polyfit
PO T S T TR T IS TR SO TN T [N TN ST TN T SN TN ST TN T N T ST S T |
5 15 25 35 45 55

(2sin6/A)2, nm2

Puc. 5. 3asucumocts AB (b) ot b? (dopmyna (9)) nst TabeTkn
5224, cnevyenHoit npu nasiernn 100 MPa u temmnepatype 145°C
1 ObICcTpo oxJaxkieHHo# (mode I).
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Ta6bnuua 1. ConHas TabvIa pasMepoOB KPUCTA/UTTOB W MCKAKEHMI pemeTkn B obpasnax CBMIID cepun 5224, IPUrOTOBIIEHHBIX MIPH

Pa3/IMYHBIX PEKUMaX CHCKAHUA

Method Hosemann Williamson-Hall approach
Sample D110, nm Do()z, nm gu(),% Rz D110, nm & Rz
Mode I 18.44 1140 13 0.9832 17.16 0.00491 09711
Mode I1 16.17 10.03 0.85 0.9956 14.48 0.00323 0.9920
Mode II1 18.18 10.01 14 0.9624 17.24 0.00547 0.9477
Standard 17.76 9.76 1.6 0.8955 17.83 0.00667 0.8896
8 ° KPUCTAJUIATOB, TEPICHIUKY/SIPHBIX K ruiockoctsiM (110),
[ Djjo = sqrt (K/y-intercept) = 17.16 nm (220) u (330) aust craHmapTHOrO 00pasna 1 TPEX PEKUMOB
o 7L €=0.004915 CIeKaHUs TabJIeTOK mopomka 5224, paccuuTaHHBIC IBYMS
\ e [ R2=0971 MeTogaMu: Xo3emaHHa 1 Bunbsamcona— Xosna. Pasmep kpu-
= crasmra Doy B HanpaBJIieHUH, IEPIICHAUKY/IIPHOM IIJIOCKO-
l 6F ctu (002) GbLT OmpernesieH B IPEANOIOKECHHH, YTO BEJIMIMHA
:n : MapaKpUCTAIUINYECKUX UCKakeHuit g = 0.
<> s GosipIieii HarJIAAHOCTH pa3Mephl KpucTauuToB Dy,
5; St paccunTanHble Mo Monenu napakpuctravia (Hosenann) u B
S ® MIPEATONIOKEHIH O MPEUMYIECTBEHHOM BJIMSHUN MUKPOHA-
a4k 5224 P =100 MPa, mode I npsokeHuit Ha ymupenue pediekcos (W—H), npencrasie-
L . ® Experimental data HBI Ha pUC. 7 rpaQUYECKH.
; :. T —Lllnearpolylﬁt o Pasmeprl kpuctaumuToB Dijg, BEIYUCICHHBIE [0 METORY

20 60 100 140 180 220
(4sin6/1)2, nm—2

Puc. 6. Anmnpokcumanyst BusbsiMcona— Xosuta (popmyna 6)) mist
Tabsnetku 5224, cnevennoit npu masieHnn 100 MPa u temmepary-
pe 145°C u 6picTpo oxnaxaenHoi (mode I).

IToaronka sKcHepIMEHTAIBHBIX Pe(IICKCOB MPOBOANIIACH
¢ momoeio npoduibHoi (yHKmu Pearson VII, B koTopoii
3Ha4YeHus uHAeKca M obuty Om3ku K 10. [Ipu 5Tux 3Ha4eHu-
ax (ynkuus Pearson VII onuceiBaercs kak ¢ynxuua [aycca.
IIpu m~ 1 ¢yskmua Pearson VII 6mmska x  QyHKINA
Jlopenna.

N3 anaymsa onyO/IMKOBaHHBIX pPaHee JaHHBIX, BHIIOJIHEH-
HBIX Ha 00pasiiax HOJIMMEpOB, CICAYET, YTO B OOJIBIIMHCTBE
ciy4aeB Je(EeKThl KPHCTa/UIOB HMMEIOT MNapakpUCTaJLIAde-
CKYI0 NPHPOLYy M B PEIKUX CJIydasX OOYCIJIOBJIEHBI BHYT-
PCHHUMI MeXaHuYeCKuME HanpsukeHusmu [23]. Ytobsr pac-
CMOTPETb BO3MOXHOCTD CYIIECTBOBaHUSI MUKPOHAIPSKEHUH
B CIICUYCHHBIX TabJIeTKaX, MBI PACCUMTAIM IONEPEYHbIC
pasMepsl KPHCTAINTOB W BEJIWYMHB MUKPOHAIPSKCHUM,
UCTIONb3ysl MeTonl BuiibsiMmcoHa—Xosula, ONMCaHHBIA BbIIIE.
Hma nmpodwieHON ¢yskimm [lupcon VII mcnosb3oBamn
KOPPEKIHUIO HHTETPAIbHOTO YIIUPEHHUS /IJIs1 TayCCOBOTO IPO-
¢ v noctpown o (popmyne (8) rpadux, MoKa3aHHBINA
Ha puc. 6 (or Komm ypasrenusi (5), OH omIMYaeTcsi Kak
rpaduK ¢ KOOPIWHATAMH B ,KBampare™)

IlpuBenem cBomHylo Tabs. 1 pa3sMepoB KpUCTAJUIUTOB
Di1o B nm, BeJMYMHBI MapaKpUCTA/UIMYECKUX HCKaKEHHI
0110 (B %) ¥ BeJIMYMHBI € MUKPOHANPSUKCHUN PEIIETKH JIJIsT

Bunpsimcona—Xosia, okasamch Ha 7.5%—11.7% wmeHbie
B 3aBUCHMOCTH OT PEKUMOB OXJIAXKICHUA NPHU OJIM3KUX
3HA4YECHMAX B MCXOMHBIX 00pa3Lax ¢ MeTonoM Xo03eMaHHa.
Ba)xHO OTMETHUTD, YTO CIEKaHUE NPU TEeMIIEpaType BHILIE
T2 nmomustunena B yciosusx pexumos 1 u III npusogur
K HE3HAUUTEJbHOMY YBEJIMYCHHIO IIONEPEYHOro pasMepa
kpuctasumroB Djjop Ha 3.8—2.7% (B 3aBuCHMOCTH OT
YCJIOBHH OXJIAXKICHUS) [0 CPABHECHHIO CO CTaHAAPTHBIM
obpastom, criedennsM ipu T < T9. Onnako B TabieTkax,
M3rOTOBJICHHBIX MO pekuMy I (MemieHHOe OXJIaKICHHE B

20

19

T

\

4
N

18F o _--"

T
/7

17 N N ’ ,

Dy, nm

16

T
L
N

15F N

14 l L l L L l
0 1 2 3

0 — standard, 1 — I mode, 2 — II mode, 3 — III mode

Puc. 7. Pasmepsl kpuctaimToB Dijp B ClCYeHHBIX TabJIeTKax
PIT CBMIID 5224, u3rotoBjeHHbIX B pasHBIX yciaoBuAX. Pacyer
I0 MapaKPUCTATUINYESCKON MOIEeNH (IITPUXOBasi JIMHMS ), PacyeT Mo
W (IITPUXITYHKTHPHAS JINHHSA).
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0 — standard, 1 — I mode, 2 — II mode, 3 — III mode

0 — standard, 1 — I mode, 2 — II mode, 3 — III mode

Puc. 8. INapakpucrayumieckue nckaxenus (A) u MuKpoHanpsbkeHusi (B) mcciienoBaHHbIX 00Opasmax.

npecc-popme Oe3 maieHusi) BesmmumHa Dijg OkasbiBaeTcs
3aMETHO MEHbIIIEC, YeM B CTaHAapTHOM obpasue (Ha 9.8%).

OnHO3HAYHO CKa3aTh O NMPHYUHE HaOomaeMoro 3¢gex-
Ta B HAacTOslllee BpeMs HE IPe[CTaBJIseTCs BO3MOMKHBIM.
OpnHako, aHaJM3 JIaHHBIX, ITOJTyYCHHBIX NpH IepepaboTke
HOPOIIKOOOPA3HEIX HOJMMEPOB M OITyOJIMKOBAHHBIX B [24],
MO3BOJIWJI HaM TIPEATIONOKUTD, YTO MPH MEIJIEHHOM OXJIa-
xwpennn tabsietkn PIT CBMITO (pexum II) 6e3 paBienust
10 KOMHATHOH TeMIIepaTyphl B HEYHNOPSIIOYEHHbBIX 00J1acTax
Ha I'PaHUIAX MEXTy 9acTHIAMU ITOPOIIKA MPOUCXOOUT BTO-
pUYHas KpHCTayM3aunus. PasMmepsl 3TUX BHOBb 00pa3oBaH-
HBIX KPHCTAJIUTOB, MO-BUAMMOMY, MEHBIIE YEM pa3Mephl
KPHCTaJUIATOB OCHOBHOW MAacChl B CHJIy OIPaHUYEHHOTO
MPOCTPAHCTBA M HeJOCTaTKa Marepuana. Hapsamy c stum
MIPOMCXOIUT YCOBEPIICHCTBOBAHNE IEPBUYHBIX KPHUCTAJIIIH-
TOB ¥ YMCHBIIICHNE MCKa)XKCHUI B HUX. [losiBIIeHNEe MeNIKnX
KPHCTJUTATOB M YCOBEPIICHCTBOBAaHUE paHee 0Opa3oBaB-
muxcsi OKP oOycrmosmBaer menpmme pasmepsl OKP B
o0pasiax, NoJIy4eHHbIX 1o pexumy IL

N3 Tabm. 1 ciemyer Takxe, 9to crekann e mpu 145°C
COIIPOBOXKIAACTCS CHIDKCHHEM JIe(PEKTHOCTH KpPUCTAJIAIC-
CKOH pelleTKd. BeandnHbl napakpUCTaTIMYECKUX HCKaXKe-
HUH 110, PACCUNTAHHBIC B IAPAKPUCTAJUINIECKON MoJenn
Xo3emaHHa JUI BCEX TpeX 00pasIoB, CICYCHHBIX B Pa3sHbIX
Mopax npu 145°C, MeHblle, 4eM MapaKpUCTa/UINIECKUe UC-
Ka)XCHUS B CTaHOapTHOM obpasle, cnedeHHoM npu 130°C,

Tabnuua 2. Iapamerpsl OPTOPOMOMYECKOH KPHCTAIINYECKOM
stqeiikn opomkoB CBMIID 5224, cneyeHHBIX IOX JaBJICHHEM
100 MPa B pa3HBIX YCIIOBHSX

Sintering | &, (£0.004) nm | b, (£0.004) nm | c, (+0.004) nm
Mode I 0.748 0.496 0.255
Mode II 0.748 0.497 0.255
Mode I1I 0.750 0.497 0.255
Standard 0.750 0.498 0.255
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49ro 0coOeHHO 3ameTHO B obpasue II (puc. 8, ciesa).
MUuKpOHaNpsKeHHsl TOBTOPSIOT TOT e XOJ 3aBUCHMOCTHU
oT oOpasia K obpasiy.

Pasmepsl anemeHTapHOll A4eiiku a, b U ¢ opTopoMm-
OUYECKMX KPUCTAJIIOB, PACCUMTAHHBIC U3 OOJIbIIEYIJIOBOI
SKCMEPHMEHTAIbHO! PEHTreHONU(PaKTOrpaMMbl TIpUBELE-
HBI B TaOJI. 2.

Pasmepsl asieMeHTapHOM sMeWkM a,b W ¢ g Beex
TpeX PEXIMOB CIIEKaHHS B IIPEesIaX SKCICPHMEHTAIBHON
OMIMOKY U3MEPEHUsI OCTAIOTCS NTOCTOSHHBIMU.

4. 3aknoueHue

[IpoBeneH CpaBHUTENIBHBI PEHTICHOCTPYKTYPHBI aHa-
3 nopomkoB CBMIID, crnedeHHBIX mpm TeMmepaTypax
HIDKE 1 BBIIIC PaBHOBECHOW TEMIIEPATYphl IUIABJICHUS IIO-
musTAIeHa npu armocheproM fapyenun (T). Paccunranst
pasMepbl KPUCTAJUITOB B HAIIPABJICHUSIX , TIEPIICHANKYJISAP-
HBIX KpHCTautorpadgudeckum miockoctsm (110) u (002).
Haiineno, 4ro 3ameTHOe yMEHbLICHHE HOIEPEUYHBIX pa3Me-
poB kpuctauToB (D119) MO CpaBHEHHIO C UX pasMepamu
B CTaHApTHBIX 00paslax, criedeHHsX npu T < T3, Habmo-
JaeTcd TOJIBKO B 00pasliax, OCTHIBAIOIIMX I10CTIE CIICKaHHS
B mpecce 6e3 masienusi (pexxum IT). Borawcienust mpo-
W3BOMIJINCh TIPH HCIOJIb30BAHUU MONEIM MNapakpUcTalia
Xozemana u mo Merony Buibamcona—Xosta. Pasmepnt
KpUCTAJUIUTOB D11, BBIYMCIICHHBIX B IPEAIOJIOKEHHUA O
[ApaKpUCTAJUINYECKOM CTPOEHHM oOJiacTeil mopsaxa, ajis
BCEX MCCIJIEIOBaHHBIX 00pa3noB Obut Ha 20% BHINIE, YeM
paccurTaHHbIC B IPEATIONIOKEHUU O PACIIMPEHUHU Pe(IeKCOB
3a cYeT MUKPOHAIPSKEHUIL. DTO HE U3MEHSET BhIIE Ce/IaH-
HBII BBIBOJ, HO TpeOyeT NaJbHEWINEero aHaIM3a C y4eTOM
Haymans pedIIeKCOB MeTacTabMIbHOM MOHOKJIMHHOM (hasbl,
CYIIECTBYIOIICH TOJBKO MON HampshKeHHeM. [IpomospHbIe
pasmepnl kpuctauuToB (Dggy) Takixke HpaKTHIECKH HE 3a-
BUCSAT OT TEMITEPATYypPHI ClieKaHusl. VICKTIOYeHHe coCTaBIIseT
TOJIBKO OBICTPO OXJIZYKICHHBIA MOCJIC CHECKaHHsI MOPOIIOK
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(pexxum 1), B koTopoMm Besmmamna Do, oxaszamace Ha 14%
6oJIbllIe, YeM Y OCTaIbHBIX 00Pas3IioB.

CrenaH BBIBOZ, YTO CIICKaHHE PEAKTOPHBIX IOPOLIKOB
CBMIID non nasnenueM 100 MPa npu T > T, ne npu-
BOIUT K CYIIECTBEHHBIM HM3MEHEHHSM B KPHCTAIIMYECKON
CTPYKTYype MojmMepa ¥ OHM MOTYT HCIIOJIb30BaThCS KaK Ipe-
KypCOpBI [UIsI OPHEHTAIIIOHHOT'O YIPOYHECHUS] MaTepHasa.
HanbHeiimee nccienoBaHne nedopMamOHHO-TPOYHOCTHBIX
CBOIICTB IPEKYpPCOPOB IOKaKEeT, HACKOJIbKO IIOBBILICHUE
TEeMIIEpaTyphl CIIEKaHUs KOMIIAKTOB OKa3ajioch 3({QeKTHB-
HBIM JJIS1 YBEJIMYEHHUs IPOYHOCTU MEXYACTUYHBIX TPAHMIL,

®uHaHcupoBaHue pa6oTbl

PaGora BpimonHeHa TpW ¢uHAHCOBOH mommepxkke Poc-
cuiickoro (oHma (yHIAMEHTATBHBIX HCCIIEIOBAHMIA (KO
npoekToB 19-03-00789, 19-29-12049 u 18-29-17023 mk).
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