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Paccmompenwvr cmpykmyprvle usmenenus npu 6e3pacmeopHom cnocobe noyueHus C8epxXnpoy-
HbIX U 6bICOKOMOOYIbHbIX HUMeEU U BOJOKOH U3 C8EePXBbICOKOMOAEKYIAPHO2O NOIUIMULEHA
(CBMII3), ocnosannoeo Ha nodxodax nopowikogou memannypeuu. C yeivio GblsACHeHUs UsMe-
HeHUll 8 cmpykmype peakmoprwvix nopouikos CBMIID, npoucxodswux npu co30anuu MOHOIUM-
HOU 3a20Mo6KU 01 NOCiedyioujeli. OPUeHMAYUOHHOU BbIMANICKU, NPOBeOeH DeHM2eHOCMPYK-
MYPHLLL AHATU3 8 DOTLUUX Y2IaX NOPOWKO8 NPU pa3ublx dasienusx u memnepamypax. Obna-
PYIICeHO Y8enuyenue nOnepeuHbiX pazmepos 00aacmell KO2ePpeHmHO20 paccesHus (KpUcmaiiu-
moe Dj19) 6 3a8ucumocmu om enudunbl NPUIONHCEHHO20 0ABNIeHUS NPU KOMNAKIMUZAYUU, KOTNO-
pole docmueaiom Hacvlujenus npu oasienuu P = 100 MPa. Ilpu cnexanuu xomnaxmos npu
130°C pocm Djjg nabmooaemces ¢ ygeauuenuem epemenu cnexanus om 1 0o 30 min xax npu
P = 50 MPa, max u npu P = 240 MPa. O6cyxcoaromest 603MONCHbLE MEXAHUIMbL YEETUUCHUS
obnacmetl Ko2epeHmMHO20 PAccessiius 8 MeXAHUYeCKUx U menio8uix noJsx.

KuiroueBbie CJIOBa: CBEPXBBLICOKOMOJCKYIISPHBIA TOTUITUIICH, PEAKTOPHBIC TOPOIIKH, 0O0Jb-
IIEYTJIOBOE€ PEHTTEHOBCKOE pacCesHue, pa3Mephl KPUCTAJUIUTOB, KOMIAKTH3AIM, CIEKaHHE,
TUAPOCTATUUECKOE TaBJICHUE

BBenenue

CBepXBBICOKOMOJICKYIISIDHBIA ~ TIOJIMATWIICH —OOJIafaeT yHUKaJIbHBIMH  (PHU3HKO-
MEXaHNMYECKUMHU CBOUCTBAMHU: BLICOKHUMHU MMPOYHOCTHIO, y;[apHoﬁ BA3KOCTBIO B IIHWPO-
KoM nuanaszone temmeparyp (ot —200 mo +100°C), XuMHYECKOM CTOWKOCTBIO K arpec-
CUBHBIM CpeJlaM, CBETO- U U3HOCOCTOMKOCTHIO; HU3KUM KOA(PDHUITUEHTOM TPEHHSI, CPaB-
HUMBIM C KOA(GOUIIMEHTOM TPEHUs s (hTOPOILIACTOB; OYEHb MAJIBIM BIIATOTIOTIIONIE-
HUEM; PaJUONPO3PAYHOCTHIO B IIMPOKOM JHMANA30HE YacTOT; CIOCOOHOCTHIO K BOJIOK-
HOOOPa30BaHUIO U BO3MOYKHOCTBIO TOJYYCHHUSI CBEPXIIPOYHBIX HUTEH, MPEBBIIIAIOIINX
M0 CBOMM HNPOYHOCTHBIM IMOKA3aTCIISIM HUTU U3 BCCX M3BCCTHBIX MATCPHUAJIOB. Bce 10
OTIpeNeNsieT ero MMUPOKOe MPUMEHEHHE B CAMBIX Pa3HOOOpPa3HBIX OOJIACTSIX MHPOBOM
MPAKTUKH, B YACTHOCTHU JUJISl MIPOUM3BOJICTBA CPEICTB MHIWBHUIYaTBbHOU OpOHE3aIUTHI,
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TPAJIOYHBIX TPOCOB, CETEM Ui IPOMBILIIEHHOIO JIOBA, CIIOPTUBHOIO HWHBEHTAps,
HCKYCCTBEHHBIX CyCTaBOB U IIP.

ITockonbky pacruiaB CBMIID umeer CIMIIKOM BBICOKYIO BS3KOCTh, mepepadoTaTh
€ro B BOJIOKHA TPAJUIIMOHHBIM CIIOCOOOM HEBO3MOKHO. {7151 Mpon3BOACTBa U3 MOJIUME-
pa BOJIOKOH B KOHIIE MPOLUIOr0 BeKa ObUla pa3paboTaHa Tak Ha3blBaeMasi Iellb-
TEXHOJIOTUS, KOTOpasl 3aKJII0YaeTCs B MPSJACHUM MATOKOHLUEHTPUPOBAHHOIO pacTBOpa
MOJIMMepa, MPUTOTOBJICHHOTO MIPU MOBBIIEHHOH TeMIeparype B KaKOM-TH00 HENoJsip-
HOM pPacTBOpUTEJIE, U MOCIEAYIOEeH OPUEHTAMOHHON BBITSDKKE Telib-BOJIOKHA, 00pa-
30BaBILIETOCs MPU OXJIAKICHUM B OCAIUTENbHON BaHHE. IIpOM3BOACTBO CBEPXIIPOYHBIX
(> 3.5 GPa) u BeicokomonynbHbIX (140 GPa) Bomokon CBMIID ocBoeHO Bemymmmu
3apyOexxHbiMu pupmamu, B yactHoctd DSM B lommanguum u Honeywell B CLIA.
OnHako Trenp-TEXHOJOTHMYECKHM MPOLECC JOOpOr M JKOJOTMYECKHM BPEAEH BBUAY
MCIOJIb30BaHUs OOJIBIIOr0 00bEMa PACTBOPUTENICH U HEOOXOAMMOCTH MX PEKYIICPAIIHH.

B nocnennue necsatuneTuss akTUBHO BENIETCS MOUCK MyTel 0e3pacTBOPHOIO MPOU3-
BozcTBa BojJokoH CBMIID, He ycTynaromux no XxapakTepUCTUKaM Ielb-BOJIOKHAM. B
9TOM HaIlpaBJI€HUU JOCTUTHYTHI 3HAYUTENIbHBIC YCIIEXU, U MOJIYYEH PsiJ IaTEHTOB IO
MIPOU3BOJICTBY BBICOKOMPOUHBIX BOJIOKOH CBMIID «cyxum» metonom [1-3], koTopslii
3aKJII0YAETCS B CO3[JaHUM MOHOJINTHOM IUIEHKH HEMOCPEICTBEHHO U3 PEAKTOPHOIO ITO-
pomka CBMIID nyrtem crnekaHus IpU TEMIIEpaType HM)KE TEMIEPATYpbI IUIaBJICHUS
MOJUMEpA U MOCIEAYIONIEH OPUEHTAIIMOHHOM BBITSDKKH MOJYy4eHHOU 1uieHkd. Ha stom
MyTH CYLIECTBYIOT Mpo0ieMbl, TpeOyromue perenns. OaHa u3 HUX COCTOUT B TOM, YTO
He Bce peakTopHble nopomku CBMIID xopomo cnekatorcs u opueHTupytores. [Ipuyem
KPUTEPHUH, 110 KOTOPBIM pa3IMYHbIE aBTOPbI OLEHUBAIOT MPUTOAHOCTh MOPOIIKA IS
nepepaboTKU CyXUM METO/OM, OYEHb PA3JIMYHBL: pa3Mep MOPOUIMHOK, pacipe/esieHue
UX II0 pa3MepaM, HAChIIHAs MJIOTHOCTb, KPUCTAIUIMYHOCTD, SHTAJIBIUS IIJIABICHUS, MO-
JEeKyJIsIpHas Macca, MOJIEKYISIPHO-MAacCOBOE PACHPEEICHUE M, HAKOHEL], BHYTPEHHSA
HaJMOJIEKyJIsIpHas CTpyKTypa uactul [4]. Bce 3Tu mapameTpbl 3aBUCAT OT YCJIOBUI
CUHTE3a MoJuMepa.

W3BecTHO, 4TO HarpeBaHue MOPOIlKa IPU CIIEKAaHUM BBILIE TEMIIEPATYphl IIABICHUS
MoJIMMepa MPUBOAUT K MOTEPE CIIOCOOHOCTH MOPOIIKA K JOCTHKEHUIO OOJIBIIUX OPUEH-
TAlMOHHBIX YAJUHEHUI U COOTBETCTBEHHO BBICOKMX MEXaHMYECKHUX XapaKTEPUCTHUK [5].
UYrto0bl co3aaTh XOPOUIYI0 MOHOJMTHYIO 3arOTOBKY JUISl TOCHEAYIOIEH OpHUEHTAIlMOH-
HOW BBITSDKKH, TPeOYyeTCsl «3alleUUTh)» IPAHUIBI MEX1Yy HACLEHTHBIMU YaCTHIIAMHU, HE
HapyluB MIPHU 3TOM WX BHYTPEHHIOIO CTPYKTYpY. [l yHMUTOXKEHUs TpaHUL] MEXITY
YacTUIIAMU CIIEKaHHEe HEOOXOJUMO MPOBOIUTH MPH MOBBIIICHHON TeMIiepaTtype U Moj
nasineHueM. [Ipu 3ToM Hen30€KHO TPOUCXOAAT CTPYKTYPHBIC U3MEHEHUS [4].

Llenpto HacTosimeld paboOThl SABISUIOCH WM3YYEHHE WM3MEHEHUH B KpPUCTAJUIMYECKON
CTpYKType peakTopHoro nopoimka CBMIID B TEMI0OBBIX U CHIIOBBIX MOJSAX C UCIOJIB30-
BaHUEM PEHTI€HOCTPYKTYPHOT'O aHAJIN3a.

JKCNepUMEHTAIbHAS YaCTh

OOBEKTOM HCCIIEOBAHUS CIYXHI peakTopHblid nmopomok CBMIID co cpenneBeco-
BOI MoJeKynsipHOil Maccoit M,, ~ 4.5-10" g/mol, nonyueHHbIH B 1a00paTOPHBIX yCIIO-
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BUSIX IIyTE€M CYCIIEH3MOHHOH MOJIMMEPU3ALUU B HEMOJIIPHOM PAaCTBOPUTENE U HE MOJI-
Beprapiuiics nepepaborke. HaBecky mopomika Becom B 20 mg 3aceinaiy B HOpMOBOU-
HBII y3el npecc-popMbl, KOTOPYIO 3aTe€M yCTaHAaBJIMBAIM Ha JTAaOOpaTOPHBIN mpecc,
MOPOUIOK MOABEPrajayd KOMITAKTU3ALMK MOJ JABJICHUEM IPU KOMHATHOW TEMIIEpaType.
JlaBneHue B mpecce MOJHUMANH A0 BBIOpaHHOUM BenwuuHbl (0T 15 no 240 MPa), BbI-
Jep>KuBajil B TedeHue 15 min u cOpackiBajii OTKPHITHEM KJlallaHa Ha Ipecce, IpuyeM
cKkopoctu Habopa M cOpoca JaBieHUs] ObUTM OJUHAKOBBIMU Ui Beex Tabiertok. Cpen-
HSIsl TONIMHA TaOJIETOK COCTaBisIa ~ | mm M MpakTUYECKH HE 3aBHUCeNia OT BETUYUHBI
IPUIIO)KEHHOr0 naBiieHusl. CrekaHue KOMIAKTU30BAaHHBIX IOPOLIKOB OCYIIECTBISIM
npu temneparype 130°C B redenne 1 u 30 min mox gaBinenuem 15 u 240 MPa.
PEeHTreHOBCKYIO ChEMKY Ha OTPAaKCHHME NMPOBOAWIM B reoMerpuu bparra—bpenrano
Ha ycraHoBkax JIPOH-YM1 wu JIPOH-3 ¢ dunsTtpoBanusiM Hukenem Cu

Kq-n3nydaennem (A = 0.15406 nm), padotatomum npu 30 kV u 20 mA. B audpaxro-
MeTpax ObUIH ycTaHOBJeHBI menu Cosuiepa Kak Ha BBIXOJE NEPBUYHOrO My4YKa, TaK U
nepe] MpUeMHON MIeNbi0. PEHTreHO AP paKIIMOHHBIE CIIEKTPHI 00Pa3I[0B 3aMHUCHIBAIH B
nuamnaszone yriaoB 20 ot 10 mo 35° ¢ marom 0.02° u Bpemenem skcno3unuu 4.8 s. Jls
KOppeKIHU yria Au(pakiuy U MOTYICHHUS] TOYHONW BETUYHMHBI 20 HCIONh30BAIN aJo-
MUHHUEBBIA ATajoH ¢ 20 = 38.64°. [IpoBoaninu CKaHMPOBAHUE CIIEKTpA C PYyYHOH ycTa-
HOBKOM HYJIEBOTO YIJla U aBTOMAaTHUYECKOE PEBEpCHOE CkaHupoBaHue. Habmomaemas
ommOKa mpu pydHo# yctaHoBke paBHa 0.02°, T.e. oqHOMY IIary CKaHUPOBAHHMS.

[Tockonbky He Bce peakTopHble nopomkun CBMIID xopomo KOMNAkKTU3YIOTCS M
CIIEKAIOTCs, HEOOXOIUMO OBLTO TTOCiIe (POPMOBKH TAOJIETKU CYIIECTBEHHO YMEHBIIUTH
JIOTIOTHUTEIbHBIE MEXaHUYECKHE BO3/ICUCTBHS, BOSHHUKAIOUINE MPU €€ (POKYCHUPOBKE B
nudpakromerpe. C 3TOM 1enpi0 ObUTH pa3pabOTaHbl CHEIUATBHBIN aepxKaTeb GopMo-
BOYHOUN MaTpHIIbl, KOTOPBIA MO3BOJISIT MATPHILY ¢ 00pa3oM (TabIeTKOM) MOAHUMATE U
ONYCKAaTh 10 BEPTUKAJIBHOM OCH M MOBOpPAYMUBaTh BOKPYT Hee Ha 360°, a TakKe ABYXKO-
OPAMHATHBIN CTOJ, UMEIOLIHMI NOCAJOUYHBINA Y3€II IJI1 COEAUHEHUSI C TOHUOMETPOM.

OcoOble Mpe10CTOPOKHOCTU MPEANPUHUMANINA IPU 3allUCH OOJIBIICYTIIOBON pEHTTe-
HOTpaMMBbI UCXOJTHOTO peakTopHoro nopoirka CBMIID ¢ nenbio HegonyuieHus 1ro00ro
BO3MO>KHOT'O MEXaHMYECKOI0 BO3ACHCTBUS HAa HACUEHTHbIEC YyacTHlbl. [110ckue mopor-
KOBbIE 00pasibl TOTOBHUIIU TI0 CJIEIYIOIIEeH METOIMKE: Ha TUIOCKYIO MOJIOXKKY KIOBETHI
u3 Oenoro oprecrekia (white Perspex) HaHOCHIIM TOHKWW TUTOCKHMH CITOM Ba3eianHa, a 3a-
TEM 3Ty BBIPOBHEHHYIO KJIEEBYIO OCHOBY MOKPBIBJIM TOHKUM CJIOE€M PEAKTOPHOTO MO-
pomika. Ero octatku oCTOPOKHO CHUMAJU OeTUYbeil KUCTOUKOM.

TonmuHa c10s peakTOpHOTo MOpoIIKa ropas3no Menble (He 6oiee 0.2—-0.4 mm), uem
TOJIIIMHA MOHOJUTHBIX Ta0seTok (= 1 mm). [ToaTtomy Bkitan oHa ynmpyroro paccessHus
OT KIOBETHI C Ba3eIMHOM B JU(]PpaKTOrpaMMy MOPOIIKA OYEHBb BEIHK U MPOSBISETCS B
BUJIE «T0p0Oa», PacloNIOKEHHOTO KaK pa3 B MHTEPECYyIOlIed Hac 00JacTH CHEeKTpa Mpu
20 = 20.5° (puc. 1). [Ina nmomyyeHUss UCTUHHON PEHTTEHOIPaMMBI TOPOIIKA U3 JKCIIe-
PUMEHTAIBHOTO PEHTIeHOAU(PPAKIIMOHHOTO CIIEKTPa BEIUUTAIH CIIEKTP, 3alIUCAaHHBIN OT
KIOBETHI C Ba3zeMHOM 0e3 mopoika. [Tocie Berdera poHa U KOPPEKIMH PEHTTEHOTpaMM

Ha WHCTPYMEHTAJIbHOE YIIMpEeHHE U ymupeHue K,-aybrera MpOBOAWIM UX aHAIU3 C
IIOMOIIBI0 METOJa MHOIOIMKOBOIO pPa3pellieHus IPU HMCIOJb30BAaHUU IIPOrPaMMBbI
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PEAKFIT-4 u paccunThiBain pazMepbl 00JacTell KOTepeHTHOTO paccessHusl, O 4YeM Mo/~
pobOHee OymeT paccka3zaHO HUXKE.

Pe3yJILTaTLI IKCIICPUMEHTA

3anuck peHTreHoIU(PPaKIIMOHHOTO CTIEKTpa OT peakTopHOro nopomka CBMIID mo
U 1mocye BelYuTaHus (GoHA mpeiacTaBieHa Ha puc. 1. JudpakrorpaMma COAEpKUT ABa
TUMMAYHBIX XapakTepHbIX audpaknuoHHbX nuka (110) u (200) ot opropomOuueckoit
pemerku mipu 20 = 21.55 u 24.05° coorBercTBeHHO. OTHONIEHUE MAKCUMYMOB ITHX
ukoB Doo/l119 = 29.3%, 9TO COOTBETCTBYET TEOPETUUECKHM pacueTaM, MOATBEPKICH-
HBIM JKcIiepuMeHTanabHo [6]. Ha puc. 2 mokazanbl nudpakTtorpaMMbl OT TaOJIETOK,
CKOMIIaKTU30BAaHHBIX O]l Pa3HBIM JIABJICHHEM, a Ha pUC. 3 — Tu(PaKTOrpaMMBbI OT KOM-
MaKTOB, crieueHHBIX npu 130°C B TeueHHE pa3HOr0 BPEMEHHU U MO PA3HBIM JaBJICHUEM.
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Puc. 1. BombmeyrioBas peHTreHOTpaMMa OT HEBO3MYIIEHHOTO PEaKTOPHOTO IIOPOIIKA
CBMIID no u mocie BeIYuTaHUS (POHOBOTO PACCESHUS OT KIOBETHI C BA3STHHOM

Puc. 2. BonbuieyrioBble peHTI€HOTpaMMbI peaKTOpHBIX MopomkoB CBMIID, ckoMmakTuzo-
BaHHBIX B BUJIE AUCKOB JUaMETPOM 5 mm IpH KOMHATHOH TeMIepaType IIpH pa3HbIX J1aBICHU-
sx P, MPa: [ - 15,2 -50,3—-80,4—100, 5 — 120, 6 — 140, 7 — 220. BunHsl nepexpbIBaroIime-
Csl MIMKU OT OPTOPOMOMYECKON U MOHOKITMHHOM (ha3 monMMITHIIeHA

XOopo1110 BUJIHO, YTO TMOCJE MPUIIOKEHUS JaBJIEHUS KaK HAa MOPOIIKaX, CKOMIAKTH-
30BaHHBIX NMPU KOMHATHOM TeMIIepaType, TaK M Ha CIHEYEHHBIX KOMIIAKTaxX Ha BCEX
TU(PPAKTOrpaMMax MOSBISIFOTCS JOTIOJHUTEIbHBIE PEQIICKCHI, TOJI0KEHUE KOTOPBIX CO-
OTBETCTBYET MOHOKJIMHHOW (haze mosmdTuiieHa. [losiBienne 3Toi a3kl MHOTHE aBTOPHI
CUHMTAIOT CBHUJETEIILCTBOM MPUTOJHOCTH TMOPOIIKAa K MEpepadoTKe CyXHM METOJIOM.
Bompoc 3ToT 10cTaToOuHO CIIOXKHBIN U TpeOyeT Cephe3HOro aHaliu3a, 4yTo OyIeT Mmpen-
METOM JajbHeHmux uccnenopanuii. [loaToMmy 31ech MBI HE OyJieM €ro Kacarbes, a Mpo-
CJIETUM TOJIBKO 32 U3MEHEHUEM pa3MepOB OPTOPOMOMYECKUX KPUCTAIUTOB B YCIOBH-
SIX TUAPOCTATUYECKOTO AABICHUS TPU KOMIAKTU3AI[MU U CIICKAHUH.

Pa3mepbl KpUCTAIIMTOB B HAIIPaBJICHUH, IEPHIEHAUKYIISIPHOM KaKUM-JIHOO KpUCTal-
JorpauuecKuM IIOCKOCTSM MOTYT OBITh PAaCCUMTAHBI 10 WHTETPAIBHON MIMPUHE CO-
OTBETCTBYIOIINX pediekcos nmo popmyne Llleppepa

10
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/i€ OTpe/iesieHne BeIMYUHBI 3 TpeOyeT HaJeKHOTO aHalln3a PEHTTEHOBCKUX 3aHCel.
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PenTreHorpaMmsbl OT OJTMMEPOB B OTIUYHE OT PEHTI€HOIU(PPAKIIMOHHBIX KAPTHUH OT
METAJIJIOB U IPYTUX HU3KOMOJEKYJISPHBIX COCIUHEHHH OOBIYHO CO/epkaT HeOOJbIIoe
KOJINYECTBO pe(IeKCOB, TOBOJIBHO HIMPOKHUX. YIIUPEHUE pedaeKkcoB 00yCIOBICHO Ma-
JBIMU pa3MepaMH KpPUCTAJUIMTOB, Ae(pEeKTaMUu U BO3ZMOXKHBIM HaJIHMuWeM B 00beMe MOo-
JUKPUCTAIUIMYECKOT0 MaTepuasia HEOJHOPOAHBIX BHYTPEHHHUX MEXaHHMUECKUX Hamps-
*keHui. ABTopamu [7,8] ObII10 MOKa3aHo, 4TO (popma pedIeKCoB OT pa3MEpPOB ONMKCHIBA-
etcs (ynkuuei Jlopenna, a OT MexaHUYEeCKHX HanpsbkeHuil — pynkuueit [aycea [7,8].

O COOTHOIIIEHNH BKJIQ/I0B B yIIUPEHHUE pedIeKkcoB OT MajJoCTH pa3MepoB WM Hallu-
YUl HaMpsDKEHUH MOXHO ObUIO OBl CYyTUTh U MO OAHOMY peduieKcy, pasiaras ero Ha
COCTABJISIIOLINE, HO MPH 3TOM MPUXOTUTCS JIeNaTh Psii HEIOCTATOYHO OOOCHOBAaHHBIX
npeanonoxenuil. Ilostomy s Gosiee HafEKHON OLIGHKU MPHUYUH YHIMPEHHS PEHTTe-
HOJM(PaKIMOHHBIX TUKOB Yallle UCIOJIb3YIOT METOJUKY, OCHOBAaHHYIO Ha aHAJIM3€ IIH-
pHHBI pe(hIEKCOB HECKOIBKUX MOPSIKOB, IIOCKOJIBKY BKJIAJl TUX COCTABIIAIONIUX B pas-
HBIC TIOPSIIKK OTpakeHWH pasnudeH. OMHAKO B CHIIY ciIab0l MHTEHCHBHOCTH HaOIIIO-
maeMoro MupakiMOHHOTO CrekTpa (u3-3a Manoro (20 mg) KoIMYecTBa MOPOIIKA)
3alyCh JANbHUX TMOPSAIKOB OTpPaKEHUs 3aTpyAHEHa, BBUIY Yero pa3Mepbl KpHCTaj-
TuTOB D119 pPaCCUMTHIBAIIN TOJIBKO IO TIEpBOMY MOPAKY peduiekca 110, momaras, 4To
ero ymupeHue oOyCIOBIEHO JHUIIb pa3MepaMu KpUCTAUIUTOB. IIpoBOAMMBIN Takum
00pa3oM pacuer JaeT MUHUMAJIbHYIO OLEHKY BEJIMYMHBI KPUCTAIIUTA B HAIIPABIICHUH,
NepreHIUKYISIpHOM M1ockocTsM (110).

3HAUMUTENbHYIO MPOOJEMy TPENCTaBIAET COOOM W OINpeACciCeHHe MCTUHHOW WHTE-
IpaJbHOM MIMPHHBI PEHTIeHOAUPpaKIMOHHOTO NuKa 110, TOCKOIbKY pedIeKcsl OT op-
TOpoMOnYecKoi (pa3bl B KOMITAKTU30BAHHBIX, TAK U B CIICUCHHBIX 00pasiax MepeKphl-
BaIOTCs peduiekcaMu MOHOKIMHHOM (a3bl ¥ paccesHueM oT aMop¢HOro rajo (puc. 4).

Kpome Toro, mis onpeneneHrss UCTUHHON WHTErPabHON MOMYITUPUHBI pedIIeKCOB
HE00X0/IMMO BBOAMTH MOIPABKY HA MHCTPYMEHTAIbHOE YIIUPEHUE pediekca U BbIUU-
TaTh (POH paccessHUs JaHHOTO AUPPAKTOMETpA.

11
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O06paboTKy MONYYEHHBIX AUPPAKTOTPAMM MPOBOAMIA TPU TIOMOIIU IMPOTPaMMBbI
PEAKFIT-4 ¢ anmpokcuMmanueid peHTreHOAW(PAKIMOHHBIX MUKOB  (QYyHKUHUEH
Pearson VII. UacTpyMeHTaIbHOE YIIMPEHUE HAXOIWIH 1O PEHTTeHOAN(pPAKTOTpaMMaM
OTOKEHHOT0 TopoIika kpemHus. B o6mactu 20 ot 25 no 140° nabmronanu 10 gybme-
T0B K, 1 K. Kaxprii nyoner noarousu gynkuuen ncesno-Poiirra: PV =nG — (1-

— n)L, rae n — mapametrp GopMbl, KOTopblid m3Mensercst or 0 mo 1 (mpu n = 0 PV —
¢ynkuus Jlopenua L, npu 1 = 1 — ¢pyakaus aycca G). Pe3ynbraT mOArOHKH aeT 3Ha-
YEHHS MONOXKEHUs MHKoB K, u K, pedexcoB KpeMHus Mo IKajie 20 u JIMHEHHYIo

nonyumpuny pedaexcos (FWHM). B camom npocTtom ciiyyae ajisi AUCHIEPTHPYIOIIEH
YIJI0BOM I€OMETpUH, I'Zie IIMPUHBI MPOpUIeH JTUHUKA U3MEHSIOTCS TNIAJAKO C pajnab-
HBIM PAaCCTOSIHUEM d, Bapuanus (FWHM)2 OOBIYHO BBIPAXKAETCS KaK KBaJpaTU4HAs
dbynkuwms tgd, BBenennas Cagliotti, Paoletti, Ricci [9] ms onvcanusi rayccoBoOro mose-
JICHUSI THCTPYMEHTAJIBHOTO YIIUPEHUS PEHTI€HOBCKON AU(PpaKTOrpaMMBbl:

(FWHMp )* (26) = utg®0+ vtgd + w . @)

[Tonronounsie K03GUIUEHTHI U, V, W, TIOITY4YEHHbIE alIPOKCUMHUPYIOLUIUM ITOJINHOMOM
. . . 2
2-ii cTemeHW SMIUPUYECKON KBaJIpaTUUYHOM (YHKIMU (FWHM R) (29) OKa3aauch

paBHbiMU: u = 0.00842, v = —0.00230, w = 0.01104. OTu 3Ha4eHUS MBI UCIOJIH30BAIN
JUIsl pacyeTa MHCTPYMEHTAIIBHOIO YIIUPEHUs U1 KayKA0T0 aHAIIM3UPYEMOrO ITHKA.

B peanbHOM 3KCIIepUMEHTE U3-3a KOHEYHOT'O pa3pelleHus AudpakToMeTpa MUprUHa
OTPaKEHHS HE MOXXET ObITh MEHbINIE HHCTPYMEHTAJIbHON IUPUHBL. DTO O3HAYAET, YTO
UCTUHHOE ymupeHue nuka orpakeHuii FWHM . HyKHO oIpeneinars OTHOCUTEIBHO
MHCTPYMEHTAIBHON MIMPHHBI (T.€. PyHKIUH paspemeHus auppakromerpa FWHMp) mo
BBIPAKEHUIO

FWHM e = y(FWHM g )* —(FWHM )2 3)

Torga ckoppekTupOBaHHasi UHTErpajbHas MIMpPUHA PedIIeKCOB, UCIOIb3yeMas Il pac-
yera pasMepoB KpuctamuToB 1o  (opmyne Illeppepa, Oepercs B BHIE

B =m/(4In2)-FWHM g, =1.0645-FWHM . [10].
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B T1abn. 1 pmanel paccumtanseie mo ¢opmyne Lleppepa (1) cpeanue momnepeyHbie
pa3Mepsl KpUCTaIMTOB D11op B HEBO3MYIIEHHOM peakTopHOM mnopomke CBMIID u B
MOPOIIKAX, KOMIIAKTU30BaHHBIX 10| Pa3HBIM JIaBJICHUEM IIPH KOMHATHOHN TEMIIEpaType.

Tab6muna 1
HN3meHeHMe MONIEPEYHBIX Ppa3MepOB KPUCTALIUTOB Dy1g U CTeNeHb TeKCTYPUPOBAHUSA
peakTopHbIX NopouikoB CBMII), koMIIaKTU30BaHHBIX M0/ PA3HLIMHU JaBJleHUsAMHU P
NPH KOMHATHOH TeMIiepaTrype

P, MPa Dq19, nm (£5%) Do /1110, %

Wcxoaubii mopoiiok 16.1 31.5

15 10.48 40

50 11.65 36

80 12.34 48

100 12.35 49.7

120 12.36 49.9

140 12.34 49.6

220 12.35 45

W3 anann3a naHHBIX CIENYET, YTO MOBBIIIECHUE JABICHHUS KOMIIAKTH3ALMK IIPU KOM-
HaTHOW TEMIIEpaType BbI3BIBAET YBEIMUEHUE CPEIHETO MONEPEYHOIO pa3Mepa KpucTal-
auTOoB D119, KOTOPBIM TPAKTUYECKHU BBIXOAUT Ha HacbllleHue npu gasieHuu 100 MPa.
BosHukaeTr Bonpoc, KakoBa K€ NPUYMHA YBEIMYEHUS 3THX Pa3MEPOB M KaKOB MeEXa-
HHU3M pocTa. B HacTosAIMI MOMEHT TPYAHO J1aTh JOCTaTOYHO OOOCHOBAHHBIN OTBET 0€3
IIPOBEJCHUS JIONOJHUTENBHBIX AKCIEPUMEHTOB M OLEHKH H3MEHEHUS NPOAOIbHBIX
pa3MepoB KpUCTAILTUTOB Do), KOTOPBIE MOTYT OBITh PACCUUTAHBI 110 MAJOMHTEHCHUB-
HOoMYy pecduiekcy 002 B ob6mactu 20 ~ 74°. MOKHO TOJIBKO MPEANOI0KHUTh, YTO COIKE-
HUE YacTHLl IIOPOLIKa IO JaBJICHUEM COIPOBOXKAACTCA T'€HEpalued CIBUTOBON
neGopManuu B MPHUIOBEPXHOCTHBIX CIIOSIX YAacTHUI] MOJUMEpa M COKPUCTAJUIM3ALUEH
OKa3aBIIUXCS PSAJOM KPUCTAJIJIUTOB.

Benuuunbl D1y B cnedeHHBIX oOpa3nax npu Temmeparype 130°C, HO npu pa3HBIX
JIaBJICHUSIX U B Te4eHue pazinuyHoro Bpemenu (1 u 30 min) npeacrasieHsl B Tadd. 2.

Cpennue nornepeyHble pa3Mepbl KpUCTALIUTOB Dj1o B TabJIeTKaX, CKOMIaKTH30BaH-
HbIX 1107 naBieHueM 50 MPa npu kOMHaTHOM TeMmnepaType, IpU UX CIEKaHUU MO TEM
xe nasnenueM npu T = 130°C yBennuuBarorcs Ha 8.9% c U3MEHEHHEM BPEMEHHM CIIe-
kaaus oT 1 70 30 min. AHaIOTUYHBIN, HO OoJiee BhIpaKeHHBIN 3P HEeKT (POCT pa3MepoB
Ha 10.6%) HaOmonaeTcs MpU CHEKaHWM MPH TOH K€ TeMIepaType, HO IpU JaBICHUU
240 MPa. ITockonbKy ClieKaHUE MPOUCXOIUT MIPH TEMIIEpaType, J0CTATOYHO OJIM3KOM K
TEMIIepaType IIAaBJICHUS UAeaTbHOT0 KpucTayuia noaudtwiena (140°C), naunbomnee Be-
POATHOW MPUYMHONW HAOIIONAEMOr0 SIBIEHUS MOKHO CUMTaThb MUTPALMIO 1€()EKTOB U
KOH(OPMALIMOHHBIX HApPYIIEHUH Ha TMOBEPXHOCTh KPUCTAJUIUTOB M HUX HCYE3HOBEHUE
[11]. DTO 1 IPUBOUT K YBEITUYCHUIO CPEHETO pa3Mepa 00JaCTH KOTEPEHTHOTO pac-
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H3meHeHne monepevyHbIX pa3MepoB KPUCTAIIIMTOB D119 M CTeNeHH TeKCTYPUPOBAHUS

Tab6muma 2

komnakToB CBMIID npu cnexkanuu npu 7= 130°C

P, MPa BpeMﬂgEEKaHm’ D19, nm (+5%) Do /110, %o
50 1 11.60 46.9
30 12.61 44.2
1 11.15 53
240 30 12.40 49

cesiHUs. YBEJIUYEHHE TOIMEPEUHbIX Pa3MEpOB KPUCTAJUIMTOB MPHU BBICOKOTEMIIEpaTyp-
HOM OTKUTe HabJoAamM, HanpuMep, B padore [12]. i mokazaTenbcTBa HALIETO Mpe-
MOJIOXKEHUS He0OX0IMMO MPOBEJIEHUE TaTbHEHIINX HCCIeA0BaHUH.

OOpamaer Ha ce0s BHUMaHUE TOT (PAaKT, 4TO BCEe M3yuUEHHBIE 0Opa3sipl 007anaroT
IJIOCKOCTHOW TEKCTYPOH, O YeM CBHJIETENHbCTBYET HAPYIIEHHE COOTHOIICHHUS HHTEH-
cuBHoctel pednexcoB 110 u 200. MHTEHCHUBHOCTh IMOCIETHETO MOJDKHA MO TEOPUU
coctaBisITh 0.2636 [6] oT mHTeHCMBHOCTH muKa 110, a oHa BO Bcex o0Opasiax 3aMeTHO
0oJbIe (CM. MOoCIeHIE KOJIOHKH B Ta0. 1 u 2).

3akjaroueHue

Pe3ynbTarhl 3KCIEPUMEHTOB TTOKA3aJHi, YTO OOJBIIEYTIIOBas PEHTTeHOTpaMMa OT He-
BO3MYIIEHHOI0 peakTopHoro nopouka CBMIID comepKuT nBa TUNMYHBIX XapakTep-
HbeIX audpakuronHsix nuka (110) u (200) opTOpOMONYECKHX TIOCKOCTEH KpUCTAlIa C
OTHOIIIEHHEM MakCUMyMOB lroo/l119 = 29.3%, 4TO MOBOJBHO OJM3KO K TEOPETUYECKH
pacCUUTaHHOMY 3HAYECHUIO [6].

BrickazaHo mnpeamnosioxkeHue, 4TO YBEJIWYEHUE CPEJHEro IOIMEepeyHoro paszMepa
KPUCTAJUTUTOB D]j9 MPU KOMMIAKTHU3AIMU B YCIOBHUSAX MOBBIIIEHHOTO JAaBJICHUS MpU
KOMHATHOM TemIepaType M TeMmIeparype, OJU3KoW K TemrepaType IJIaBiIeHHs IOJIH-
3THIIEHA, 00YCIIOBJICHO KaK CIBUTOBOM JehopMalivell B MPUMOBEPXHOCTHBIX CIOSX Yac-
TULl TIOJIUMEpa, TaK U MHUrpauved AepeKToB M KOH(POPMAIMOHHBIX HapyIICHUH Ha
MOBEPXHOCTb KPUCTAJLIIUTOB.

B 6mmxkaitmiee Bpems B @TU um. A.®. Uodde mmanupyeTcs mpoBecTH Hcclie0Ba-
HUe neGopMaMOHHO-TTPOYHOCTHBIX CBOWCTB TuieHOK CBMIID, moiaydeHHBIX ClIeKaHH-
€M B Pa3HbIX YCJIOBHSX, U BBIIBUTh UX CBS3b C IAPAMETPAMU CTPYKTYPBHI.
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L.P. Myasnikova, V.N. Varyukhin, V.A. Marikhin, V.F. Drobotko, N.E. Pis'menova,
S.A. Terekhov

CHANGES IN THE NASCENT STRUCTURE OF ULTRA-HIGH-MOLECULAR
WEIGHT POLYETHYLENE UPON COMPACTION AND SINTERING

A modification of a free-solvent method of production of high-performance and high-modulus
UHMWPE fibers is analyzed that is based on the powder metallurgy approach. To clarify the
structural changes in UHMWPE reactor powders upon formation of a monolith precursor for the
succeeding orientation hardening, the WAXS analysis of the powders compacted/sintered at
varied pressure and temperature is carried out. It is found that the transverse size of the coherent
scattering area (D119) depends on the compacting pressure and reaches saturation at 100 MPa.
An increase in Djg size is registered in the course of the sintering of compacted samples at
130°C and both P = 50 MPa and P = 240 MPa, when the sintering time is increased from 1 to
30 min. Possible mechanisms of enhancement of the coherent scattering area in mechanic and
thermal fields are discussed.

Keywords: ultra-high molecular weight polyethylene, reactor powders, wide-angle X-ray scat-
tering, crystallite sizes, compaction, sintering, hydrostatic pressure

Fig. 1. The wide-angle X-ray diffraction pattern of the ultra-high molecular weight (UHMWPE)
virgin reactor powder before and after removing the background scattering from cuvette with
vaseline

Fig. 2. WAXD patterns of compacted UHMWPE reactor powders produced in a disc shape of
5 mm in diameter at room temperature under varied pressure P, MPa: / — 15, 2 — 50, 3 — 80,
4 —-100, 5 — 120, 6 — 140, 7 — 220. The overlapped reflections of orthorhombic and mono-
clinic phases of polyethylene are seen

Fig. 3. WAXD patterns of compacted UHMWPE reactor powders sintered at 7= 130°C un-
der P =50 u 240 MPa during 1 min (---) and 30 min (—)

Fig. 4. Expansion of experimental WAXD pattern of compacted UHMWPE reactor powder by
PEAKFIT-4 software aimed to definition of the true diffraction profile and calculation of the
crystallite size
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