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Ha ocHoBe ncmonb30BaHus B KAYECTBE IEKTPOJHOAKTUBHOTrO Betectsa (DAB) noxHOro accoru-
ara (MA) nurnodeHak — TOIyHUIUHOBbIMA Ioy00i paspaboTan HOBBIA MEMOPAHHbBIH HOHOCEIIEK-
tueHbI anekTpoy (MCI). Ilokasano, uro ontumanbHas KoHIeHTpauus A B MOIMBUHIIIXIIO-
punmoit membOpane cocrasisierT 5 — 11 %. VsyueHo BiusHue comepkaHvs ILtacTudUKaTropa Ha
KPYTHU3HY 3JEKTPOAHOM (PyHKINM, ee JUHEHHOCTh M HIUKHIOI TPAHUILY OIPEeNeIieMbIX COIep-
skaHUE  pukinopenarka. Harwuryumiee coorHomenue muactudukaropa k [IBX cocrasiser
(1,0 -1,5):1. C comepsxanuem IwiacTuuKaToOpa, OYEBUIHO, CBSI3AHO BpeMs /KM3HHU 3JIEKTPOJA,
KOTOpOE OIIPEIeIeTCs: B OCHOBHOM YaCTOTOM €ro HCIIO/IB30BAHWS W B CPEIHEM COCTABIISIET
7,0 - 7,5 mecara. Hanmyurme xapakTepUCTUKN CEHCOPA OBLIH TIOMYyYEHbI C HUCIOIb30BAHHEM
KOMIIO3UIINY: HOHHBIH accoriaT — 7 %, nubytundranar — 56 %, [IBX — 37 %. dnexkrpoxumu-
YECKHUU CEHCOp MMeeT JTUHEMHBIN AuHaMudecKkni auanasod 5,0 - 104 - 5,0 - 102 mois/1 u Kpy-
TU3HY dIeKTponHoM (yrkmmu 46,0 MB/pC ¢ mwxHUM npenenom onpenenenns 3,2 - 10-5 momub/i,
BpEeMs OTKJIMKA <15 C ¥ MOKeT UCIIOJIb30BAThCS B TE€UEHNE KaK MUHUMYM 7 Henenb. CeHcop Tak-
JKEe XapaKTepU3yeTcs BHICOKUM KO3(D(PUITMEHTOM CEIEKTHBHOCTH 110 OTHOIIEHHIO K AUKIO(eHa-
Ky, IPOCTOTOM B IPUMEHEHWUH U HU3KOHU cebecronmocThio. Ha 0CHOBe 9KCIepHuMeHTAIbHBIX [JaH-
HBIX pa3paboTaH HOBBIA METO]| OIpefeIeHns TUKIO(GeHaKa, KOTOPBIA OIIPOOOBaH IPH AHATH3E
MOJIE/TBHBIX PACTBOPOB M JIEKAPCTBEHHBIX IIPEIapaToB.

KiroueBnie cioBa: MuKIO(EeHAK; MOHHBIE ACCOIUATHI; MOH-CEJIEKTUBHBIN SJIEKTPOI; ITOTEH-
ITHOMETPHSA.

ION-SELECTIVE MEMBRANE ELECTRODE FOR DICLOFENAC DETERMINATION
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A new membrane ion-selective electrode (ISE) based on the use of the diclofenac-toluidine blue ion associ-
ate (IA) as an electrode substance (EAS) is developed. It is shown that the optimal concentration of IA in
the PVC membrane is 5 — 11%. The effect of the plasticizer content on the linearity and steepness of the
electrode function, as well as on the lower limit of diclofenac ion determination is studied. The best ratio of
a plasticizer to PVC is (1.0 — 1.5):1. The content of the plasticizer is obviously related to the electrode life-
time which is mainly determined by the frequency of usage being 7.0 — 7.5 months on the average. The
best sensor characteristics were obtained using the following composition: ion associate — 7%, dibutyl
phthalate — 56%, PVC — 37%. The electrochemical sensor has a linear dynamic range of 5.0 X 10~ -
5.0 X 102 M, electrode slope of 46.0 mV/pc with a lower detection limit of 3.2 x 10-> M, and response time
<15 sec. The low-cost sensor is easy to use, exhibits fast response, wide range of the electrode function lin-
earity, high selectivity to diclofenac and can be used for at least seven weeks. The new method of diclofenac
determination is developed and tested on model solutions and pharmaceuticals.

Keywords: diclofenac; ion-associates; ion-selective electrode; potentiometry.
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BBenenune

B coBpeMeHHBIX yUpeKIEHHUAX OXPaHbI 37[0PO-
BbA HEOOXOMIHUMO HCIIOJb30BATH SKCIPECCHbIE W Ha-
IeKHbIE METOAUKH OIpeHeieHus XUMUYECKUX U
OMOXUMUYECKHUX ITOKA3aTeel B IeIIX ITOCTAHOBKU
TOYHOTO [MATHO3a W IPUHATHA TEPAIEBTUIECKOTO
pemenus. CymiecTByerT TeHAEHIIUS yBeIWYCHUS
cIpoca Ha MPOCThIE U HEIOPOTHe AHAIUTHYECKHE
TECT-CUCTEMbI [JIA OINPEeIeSeHUuA CIeA0BBbIX KOJH-
4yecTB BerecTB. lloTeHnImoMeTpuyieckre ompeene-
HHSI, OCHOBAHHbIE HA HCIIOJIb30BAHUU HOH-CEJIEK-
TUBHBIX 27eKTonoB (MCY), mpoCThI B BBIIOIHEHUH,
XapaKTepusylTcAd YAOBIETBOPUTEIbHOU wu30uUpa-
TEJIBLHOCTBIO U HAJIEKHOCTHIO, YTO, B CBOIO OUYEpe[b,
Tpebyer paspaboTKHM HOBBIX MOTEHIIMOMETPUIECKUX
CEHCOpPOB.

Huknodenax HaTpus (Harpuesas coib 2-(2,6-
nuxaopdeHuIaMIuHO) PeHUIIYKCY CHOM KHCJIOTHI)
(IK) oTHOCHTCS K HECTEPOUIHBIM IIPOTUBOBOCIIAIIH-
teababiM npemnaparam (HIIBII) rpymomer mpomssoa-
HBIX (PEHMIIYKCYCHOM KHCIOTHI U IIPUMEHSETCS IIPU
peBMaru3Me, PeBMaTOUIHOM apTPUTE U IPYTHUX 3a-
6osneBamuax cycrasos [1, 2].

s ompenenenus TUKIO(EHAKA IPEJIOKEHbI
xpomarorpadudeckue [3, 4], rpaBuMmerpryeckue [5],
criekrpodoromerpudeckue [6 — 12], aoMuHecHeHT-
ueie [12 - 15], morenrmomerpudeckue [16 —20] u
IPYyTHE METOIBbI.

B macrosieit pabore nccieoBaHbI SIEKTPOAHA-
JINTUYECKHE U DKCILUIyATAIlHOHHBIE XapAKTEePUCTUKN
MeMOpaHHBIX 3JIEKTPO0B, B KOTOPBHIX B KadecTBe
2JIeKTPOmOaKTUBHOrO Berecrsa (DAB) ucmons3osa-
au woHHbIH accornuar (MA) oCHOBHOTrO Kpacurels
royuauHoBOro roixyboro (TTY) ¢ murnodenakom:

cl
H;C N a
HoN S N(CH;);00CH,C

JKCIIEePHUMEHTAIBLHAA 9aCTh

Howuusrii accomuar ObLI CHHTE3UPOBAH OCAMKIE-
HHEM W3 IIePeChIIIEHHOr0 pacTsBopa (caumBaHuEeM
102 M pacTBOpPOB TOJIYHUAMHOBOTO TOMy0OT0 W IUK-
snodeHaka HaTpusa). BelmaBiuit ocazok 0TQHILTPO-
BBIBAJIM, HECKOJIBKO PA3 MPOMBIBAIN XOJIOIHOM JIHC-
THJUTUPOBAHHOM BOJOM JIJIS yIAIeHUA OCTATKOB Kpa-
CUTEJIT U CyIIWIN TPH KOMHATHOH TeMIepaType B
TeYeHHUe JIByX CYTOK.

JIlna momenuposanus cocrasa membOpan JIK-cen-
copa HCIOJIb30BATIH: WHEPTHYI0 MATPHUIy — IIOJIH-
BUHWJIXJIOPH] PA3HOM CTENeHU TOJIUMEPU3AIlNH;
PACTBOPHUTEIU-TIACTU(IUKATOPEI — MuOyTHIdTA-
aar (JIBb®), muGyrmiacebanenar (JIBC), mmorTwmi-
dramar (IOP), tpurpesundocdar (TKD), muwo-

amngranar (JJHP). B kauecrse pacrsopurens [IBX
ucnonab3oBanu 1uknorexkcanon (III'H) u Tterpa-
ruapodypau (TT'D).

[InacrudpunpoBaHHble TOJNMBUHIIXIOPUAHEIE
MeMOpaHbI TOTOBHIH ciexyionuM obpasom. Comep-
JKAHHE DIIEKTPOJHOAKTUBHOTO BEIECTBA Cpap CO-
craBisiiio 2 — 11 % mace., coorromenne [I1BX: mna-
cruurarop — 1:(1,5 - 2). Cmech 3TUX peareHTOB
BBoguau B 0,5 mu III'H unu TT'® u nepemeriuBaiu
II0 OMHOPOIHOM Macchl. [lajmee cMech TOHKUM ClIOeM
(0,7 Mi1) IepeHOCHIIM HA METAIIUYIECKYIO ILIACTHHY
(cmtaB Byna), mpukperieHHyI0 K MeIHOH IIPOBO-
JIOKe, W cymman MeMOpaHy Ha BO3[Ayxe B TeUeHHe
CYTOK.

CreneHb roMoreHu3anuyu MeMOpaH OIEHUBAIU
0 MHKPOQOTOrpausaM, CHeJIaHHBIM C MOMOIIbIO
MeTaTorpadgpIecKoro MuKpockomna Leica.

IIpu m3mepeHMAX IMOTH30BATUCH KIACCUIECKOH
CXeMOU IIOCTPOEHNU JJIEKTPOXUMUIECKON dIeKU:

Ag, AgCl | KCl(uac.) | uccnemyembrit
pacrtBop | | membpana | BuyTpenuuii pacreop | Cu.

AHaIOTUYHYI0 CX€MY MBI HCIIOJIB30BAIN B IIpe-
npIaymux paborax [15, 20 — 26].

Honnyto crity TpagyHdpOBOYHBIX U UCCIEAYEMbIX
pactrBopos noaxaepsxusanu 0,1 M KCl.

g [OTEeHITMOMETPUYECKUX W3MEPEHHH WC-
nonb3oBanu noHoMep M-160.M (mmorpemrsocTs uamMe-
peaus — =1 mB); smekTpon cpaBHeHWsS — cTaH-
MapPTHBIH XJIOPUACEPEOPIHBIN SIEKTPO] IPU TEMIIe-
patype 20,0 °C.

Suavenue pH pacTBopoB moagep:KuBaIM IOCTO-
SIHHBIM C OMOIIBIO Oydeproit cmecu (0,04 M yxcye-
Ho, 60pHOM 1 docdopuoi kucaor ¢ 0,2 M NaOH) u
KOHTPOJIHUPOBAIY HOTEHIIMOMETPUIECKH C TIOMOIIIHI0
nouomepa/pH-merpa «pH-301».

O6cy:xneHue pe3yabTaToOB

Cocmas membpanst. V13 mureparypsr [27] us-
BECTHBI IONMBITKU wucmoiab3oBanusd MCO ma ocHo-
Be [IBX ¢ pasubivu mractudpuraTopamu, Jaiie Bee-
ro — HUTPOGEH30JIOM M €ro roMoJIoraMu, OpoMHad-
TanuHOM u 1p. B KauecTBe miacTuduKaTopoB TaKKe
IPUMEHSAIOT 3(UPHI (PTANEBOH KHUCIOTHI. ¥ CTAHOB-
JIEHO, 4YTO Haumbojee OJIU3KH K TEOPETUIECKOMY
(59 MB/pC mpu 20 °C pgns omHO3apSIHBIX HOHOB)
3HAYEHUA KPYTU3HBI 3JIEKTPOTHON (PYHKIMH MeM-
Opan, mnactudunuposanusix JB®, TH® u
JO® — 46,0 MB/pC (pumc. 1, tabm. 1). Ilpubausu-
TEJbHO OJIWHAKOBBIMH, OMHAKO XYIIIUMHU II0 CPaB-
Henuiw ¢ IB® u TH® xapaxrepucruramu obiaama-
0T MeMOpanbl, mnactudunuposanusie JJH®P u
IBC. Uro ke Kacaercsi OPYyTHX SJIEKTPOMHBIX Xa-
PAKTEPUCTHUK, TO HIIKHUA TIPenes OIpeeIeHus
IUKI0(DEeHAK-NOHOB HE3aBUCHUMO OT ILIACTHU(PUKATO-
pa cocrasiusier n - (10° — 10*) monb/a1, T.€. mpupoaa
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wractTuduraropa (e, AUSIEKTPUYECKAs IIPOHHUIIA-
€MOCTh) He BJIMfAET Ha ero 3HaueHue, OJHAKO B 3Ha-
YUTENBHON CTENeHU OMpeNessieT KPYTHU3HY 3SIIeK-
TPOAHOW (QYHKIIMH, YTO BAKHO A HAXOMKIEHHUST
ONTHUMAJIBHBIX yCI0BUH ucmoab3oBanusd MCI.

Ouenka Bruanud copepskannsa MA B membOpane
¥ TPHUPOJBI IUIACTH(PUKATOPA HA DIEKTPOXUMUYE-
ckme xapakrepucrukn MCO mpencraBiena B
Tabi. 1.

ITo mammbiM Tab6m. 1 04€BHAHO, YTO ONMTHUMAID-
Has KoHIeHTparua WA B NOTHBUHUIXIOPHUIHOH
MmemOpane cocrasiser 5 — 11 %. YBenndeHune KOH-
nenrparuun A B MeMmbpaHe NPUBOIUT K €€ KpPH-
CTAJTU3AI[MH, YTO [aenaer memOpaHy Oosee xecT-
KOM.

I[Ipu wuccnemoBaHuM BIWSHUS — COIMEPIKAHUS
mIacTupuKaTopa Ha KPYTH3HY DIIEKTPOXHOM (PyHK-
1Y, ee JTUHEHHOCTh W HUKHIOI TPAHUIY OIpefe-
JISeMBIX COIep:KaHWi MOHOB AUKIO(eHaKa Koaude-
CTBO IIACTU(UKATOPA TPU HTPUTOTOBICHUHM MEM-
6pann! uamensiu ot 0,04- o 20-KpaTHOTO M3OBITKA
10 OTHOIIIEeHHUIO K KomuuecTBy [IBX.

Hawunyumee coorHoienne miaacruduraropa u
IIBX cocrasmsger (1,0 -1,5):1,0 upu comep:xkanuu
IAB 5 - 7 %. Ilpu 1pyrux COOTHOILIEHUAX MMOIYIUTH
MeMOpAaHbI JOCTATOYHON 3JIACTUYHOCTH W TOMOTEH-
Hoctu He ymaercd. C comep:kaHueM ILUIACTH(PUKATO-
pa, OYeBUHO, CBA3AHO BpeMd KU3HU 3IEKTPOA, KO-
TOpOe ompejesseTci B OCHOBHOM YACTOTOH €ro Wc-
TIOJIb30BAHUA U B cpegHeM cocrasiusger 7,0 — 7,5 me-
cama. Co BpeMeHeM cofiep:KaHUe PacTBOPUTENIA B
MeMOpaHe yMeHbIIIaeTcs, 9TO MPUBOIUT K HapyIIe-
HUI0O ee CTPYKTYPbI H, BEPOSITHO, K OTPAHUYEHUIO
BPEMEHU JKU3HH DJIEKTPOIOB.

Usyunnu Takime BAUAHWE KOHIIEHTPAIIUUA BHYT-
PEHHEr0 pacTBOpa CpaBHEHWS HA XapAKTEPHUCTUKH

1 2 3 4 5 6 pC

Puc. 1. 3aBucumocts moreHImaza IUKI0QEHAK-CEIEKTHB-
HOTO BJIEKTPOJIa OT OTPHUIATEIHLHOTO JorapudmMa KOHIIeHTpa-
¥y QUKI0(eHaKa TIPH MCIIOAb30BAHUN PA3IUIHBIX TIACTH-
duraropos: I — TK®; 2 — 10D; 3 — [HD; 4 — [1BD; 5 —
IBC

Fig. 1. The dependence of the potential of a diclofenac-se-
lective electrode on the negative logarithm of the diclofenac
concentration for different plasticizers: 1 — TCP; 2 — DOP;
3 — DNF; 4 — DBP; 5 — DBS

HCH. Ucnonbzosanu 1 - 102 u 5 - 102 M pacrsopsl
IUEIO(eHAKA. ¥ CTAHOBIEHO, YTO KOHIIEHTPALIHUS
BHYTPEHHEr0 pacTBopa CyIeCTBEHHO He BIUIeT Ha
IUAMAa30H JUHEHHOCTH W KPYTHU3HY SJIEKTPOIHOMH
dyHKIINK, a TaKKe HA BPeMsI OTKIUKA CHCTEMBbI.
Yenosus usmepenus nomernyuasa. PaxTopom,
KOTOPBIA Hambojee CHIBHO BIUSET HA (PYHKIIHUO-
HUPOBAHWE IPAKTHUYECKH BCEX HOHOCEIEKTUBHBIX
SJIEKTPOHOB (4 WMHOTAA OKA3LIBAETCS OIIPemes-
IOIIUM), SIBJAETCA KHUCIOTHOCTH cpenbl. B 3Hauw-
TeJILHOH cTemneHu 310 Kacaerca MCO, uyBcTBUTED-

Ta6auna 1. Snexrpoxumudeckue xapakrepucruku MCI (pH 8; 0,1 M KCl; 56 % nnactucdukaTopa) Ipu UCIOAb30BAHUN pas-

JIMYHBIX IIIACTU(UKATOPOB U pasHoM copepikanuu A

Table 1. The electrochemical characteristics of ISE (pH 8; 0.1 M KCl; 56% plasticizer) for different plasticizers and content of

ion-associates (IA)

s e
IBd 2 43 = 2 1-104-5-102 7,910
IB® 5 46 = 1 5-104-5-102 1,610
AB® 7 46 = 1 5-10%4-5-102 3,2 105
TB® 11 43+ 1 5-104-5- 102 4,010
pIN ST 13 371 1-104-5-102 6,3 105
1B 15 251 1-10%-5-102 7,9 - 105
AB® 17 23 £ 1 1-104-5-102 7,9 - 105
IB® 20 181 5-108-5 - 102 1,310+
TK® 5 35=*1 5-10%4-5-102 3,2-10+*
ITH® 5 29 = 2 5-10%4-5-102 7,9 - 105
0D 5 371 5-10%4-5-102 1,6-10+4
IBC 5 17+1 5-10%4-5-102 24 -10+4
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30
[aa]
=
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i 2
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2 4 6 8 10 pH

Puc. 2. 3aBucumocTs snekTpoHoro morexuaia or pH cpe-
IbI TIpu pasHbix 3Havenusx pC purnodenara: 1 — 3; 2 —
3,3; 3 — 2,0 (membpana: 7 % UA; 56 % 1Bb®; 0,1 M KCl)

Fig. 2. The dependence of the electrode potential on the pH
value of the test solution at different pC values of diclofenac
(membrane: 7% IA; 56% DBPh, 0.1 M KCl); I — pC(Dicl) =
= 3; 2 — pCWDicl) = 3.3; 3 — pCDicl) = 2.0)

HBIX K OPTAHHYECKHM 3JIEKTPOIINTAM, KOTOpbIe, KaK
M3BECTHO, CYIIECTBYIOT B Pas3HBIX (DOPMaxX B 3aBH-
CHUMOCTH OT KHUCIOTHOCTH cpefibl. Kpome aroro, 3ua-
yenue pH Biusier Ha cOCTOSTHIE MOHHOTO accoIMaTa
¥ IPYTUX KOMIIOHEHTOB MEMOPAHBI, T.e. HA TPaHUIle
pasmena ¢as memOpaHa — pacTBOP MOTYT IIPO-
TeKATh MapajielbHble MTPOTOJIUTHUYECKHE IIPOIlec-
ChI, OMKCAHHE KOTOPBIX MOXKET OBITh JAOCTATOYHO
CIIOKHBIM.

Usyuenne saBucumoctu morenimana MCO Ha
ocuoBe A muriogeHaka u TOIYHIHHOBOIO IOJIy0o-
ro or pH (puc. 2) mokasamo, 4TO IPH PA3THIHBIX
KOHIIEHTPAIUAX AUKI0(QeHaKa OTEHIINA COXPAHS-
eT TIOCTOSHHOe 3HaueHWe B mHTepBasne pH 7-11,
OJTHAKO IIpH Iepexoje B 0ojiee KUCIy 00acTh Ha-
6aroaeTcs CKAvYoK moTeHInana (0coOOeHHO A pac-
TBOpPOB ¢ Hu3KuUM 3HauenueMm pC). BosmoskHo, 310
00BICHAETCA PA3HBIM KOHIIEHTPAIMOHHBIM COOTHO-
[IEHWeM MOJIeKYJIIPHOM ¥ MOHHOH (hopM murimode-
HaKa Ipu pasHoM sHadenunu pH BomHOTrO pacrBopa
(pK, = 4,15).

Bpemsa omraurxa. OueHuBaiu BpeMs OTKIINKA,
He0o0X0IuMOe JJIS TOT0, YTOOBI IIOTEHIIHAI MEMOPAaH-
HOTO 9JIEKTPO/a OCTHUT PABHOBECHOTO B3HAYEHUS
(¥1MB) mocne morpy:keHuA B PACTBOPHI JTHUKJIIO-
(henara, pasauyaroIUecs MO KOHIIEHTPAIIUA B TISTh
pas. CpenHecratucruueckKoe BpeMs OTKJIHKA [
KoHIeHTparud  >107° Monb/m  cocraBiasimo 3¢
(puc. 3); mOTEHIIHAT OCTABAJICA IOCTOAHHBIM B TEUe-
ure 10 mun. Mem6pauubiii ceHcop paboran cra-
OMJIBHO [0 KpaiHel Mepe TPH MecCsIia.

Bruto ucenemoBano Takxke BIUSHUE KOHIIEHTPA-
unu oroporo snerrpoaura (KCl), peryrupyromiero
006II1yI0 HOHHYIO cuily. Ke yBeaudeHue IpakTUIeCcKu
He BIWAET HA SJIEKTPOAHBLIE XAPAKTEPHUCTHKH, 3a-
MEeTHBI U3MeHEeHHs Julllh B 3HadYeHuaAx C,;,. Booob-

- 1077

105 10°

50

0 5 10 15 20 25 30T,c

Puc. 3. Bpemsa orkiauka smekTpoja Ipu pasiudHBIX COIEP-
sxauuax quiiaodenaka (pH 8; 0,1 M KCl; 7 % UA; IB®P)

Fig. 3. Electrode response time to diclofenac ions (pH 8;
0.1 M KCl; 7% 1A; DBP)

1fe, MPY BHIOOPE MIPUPOABI U KOHIIEHTPAIUH (POHO-
BOTO DSJIEKTPOJHUTA [IJII HM3MEPEHHs 3DIEKTPOTHOTO
[MOTEHITUAIA BAKHO, YTOOBI AHHOH SJIEKTPOJIUTA He
KOHKYPHPOBAJI C ITOTEHITHAIONPEISIAIOIIAM aHUO-
HOM 3a MecTo B meMmbpane [28].

Cenexmuernocms. Il OlIeHKH ITOTE€HITHOMETPH-
YECKOU CeIeKTUBHOCTH 3JIEKTPOJIOB WCIIOJIb30BAIH
peromenmoBauubiil Komuccuei MIOITAK meron cve-
[IAHHBIX PACTBOPOB C IMOCTOSHHOM KOHIIEHTPAIHEH
Merarolero moua. Kosdduimenr cemexruBHOCTH
BBIUHUCIAIN TI0 popMmynie [29] KaK cOOTHOIIIEHUE aK-
THUBHOCTEH OIIPEIesIieMOro U MEeIIaoIIero HOHOB:

K = aylag.

Jma :KUAKOCTHBIX MeMOpaH MOTEeHIIHOMEeTpHIe-
CKYIO CEJeKTHBHOCTH JOCTATOYHO CJIOKHO OI[€HUTb,
TaK KaK OHA 3aBUCHUT OT 9KCTPAKIIHOHHOM CEJIEKTHUB-
HOCTH PACTBOPUTENA U OT CHEIU(PUIHOCTH CBIA3H,
KOTOPYI0 aKTHBHBIE IEHTPHI 00pasyiT ¢ IPOTHUBO-
vouamu [29].

ITonyuyennnie suauenus KoapPUIIHEHTOB CEIEK-
THUBHOCTH, BBIUMCIEHHBIE W3 DKCIIEPUMEHTAIbHBIX
NAHHBIX, TpUBeJeHbl B Tabm. 2. Kak BugHo u3 mnpu-
BEIeHHBIX JAHHBIX, OONBIIHHCTBO HCCIETOBAHHBIX
HMOHOB HE CO3J[aBaJjIx IIOMeX IIPH pabore MeMOpaHHO-
TO CEeHCOopa, XapaKTepU3YIOIerocsi BHICOKMMH 3Ha-
YEeHUAMH KO3(D(UITHEHTA CEJIEeKTHBHOCTH II0 OTHO-
IIEHUI0 K [uKIoQeHakK-uoHam. Kpome toro, B
Tabi1. 2 1A CpaBHEHUs PUBEIeHBI K03 UITUEHThI
cenmexruBHOCTH Apyrux MCO misa onpeneneHus QuK-
modeHaxka.

B nureparype ommcaHbl METOABI OCAJIOYHOTO
TUTPOBAHUA, KOTJA OIPEIEIIIOT COCTaB OCaaKa U
MPOU3BeIeHNe PACTBOPUMOCTH aHATU3UPYEMBIX Be-
mectB [30, 31]. OcuoBHOe TpeboBaHMe, MPEIbIB-
JIIeMoe K 9IIEKTPOJLY, — 3TO ero 06paTUMOCTh KaK I10
OTHOIIIEHUIO K KATHOHY, TaKk 1 annoHy. Hamu noka-
3aHO, YTO AJIeKTpo] Ha ocHOBe WA nmurnodenaka u
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Puc. 4. Unrerpanvuas () u nudpdepennnansuas (6) kpuebie Turpoauus 10 mu 0,01 M pacrsopa auknodenara 0,01 M pac-

TBOPOM TOJIYHUAMHOBOIO rOJIy60ro

Fig. 4. Integral (a) and differential (b) titration curves for 10 ml of 0.01 M diclofenac solution with 0.01 M toluidine blue

TOJIYUAUHOBOTO TOJIYyOOTO SBISETCI YYBCTBUTEIb-
HBIM K KaTHOHY Kpacurtens. KpyTusHa sIeKTpogHoH
dyurmun cocrasiser 30 = 2 MmB/pC, ee auneiiHOCTH
Habmonaerca B npegenax 1-107°—1 - 1073 monb/n
TOJyMUHOBOIO TOJIybOro, HUKHUUN IIpees Olpeie-
JIeHWs OCHOBHOTO Kpacuress paseH 4 - 1076 monb/1.

CocraB accommara, BepOATHO, OyaeT oIlpeje-
JIATBCA COOTHOIIIEHHEM KOMIIOHEHTOB B TOYKE DKBH-
BAJIEHTHOCTH IIPYU TUTPOBAHUM AWKIO(EHAKA COOT-
BETCTBYIOII[AM OCHOBHBIM KPACHTEIEM:

mR* + nDicl” < R,,Dicl,{.

Ta6.11nna 2. KOB(*)(*)HHHEHTLI CEJIEKTUBHOCTH pa3pa60TaHHoro u opyrux I[I/IKJIO(beHaK-CeJIEKTI/IBHLIX 9JIEKTPOLOB

Table 2. The selectivity coefficients of the developed and other diclofenac-selective electrodes

CoIyTCTBYIOMI it Koaddunuenr cenex- Jpyrue moTeHITHOMETPUIECKHEe CEHCOPbI

BOH rusnocrn AgKEZr 1 po(IT).gyranonmanmm, [19]  Kommrexc IK ¢ TJITIB, [17]  Pt|Hgy(DFO), |rpadur, [18]
Cl- 5,0 2,3 2,6 0,36
Br- 4,6 3,3 3,3 —
I- 3,3 2,9 — —
SCN- 3,7 3,5 — _
ClOy 3,1 — — _
103 — 3,3 — —
NO, — 3,2 — —
NO; 5,0 2,0 2,3 —
S0% 4,8 3,0 — 3,9
PO%- — 3,8 — —
Oxcanar- — 3,8 — 2,1
Bensoar- 49 3,3 — 2,1
Canurunar- 2,3 2,7 — 2,0
®ranar- — 3,3 — 2,1
Tmroxoza 5,0 3,2 2,8 —
Mg2+ 5,1 . 3.2 o
Ca?+ 5,0 — 3,1 —
Na+ 5,1 — 1,3 —
K+ 5,0 — 3,0 —
I ezingzecs 51 — 2,6 _
T'uerunun 5,0 — — _

Hpnmeqanne. «—>» — HeT JaHHbIX.
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Ta6mauua 3. Pesymbrars! onpesenenus qukiodgeHara B papmareBTudeckux npemnaparax (n = 5; P = 0,95)

Table 3. The results of diclofenac determination in pharmaceuticals (n = 5; P = 0.95)

Coneprmanue Haiinero ¢ momomrsio Haiineno moreHIimomeTpudecKum
O6paszer COTIIACHO CITe- paspaboTaHHOrO ceHcopa TurpoBanueM [1]
npuKans, Mr ¢, Mr *CKO, % ¢, Mr *CKO, %
Hurnopaun®CP (rabiaerka) 100,0 99,2 + 1,6 1,3 104,7 = 1,4 1,1
Jukmnobepsa perapx (kamcysa) 100,0 101,2 £ 1,4 1,1 101,1+ 1,5 1,2
Harpuit nuknodenar (kamcysna) 25,0 25,0 £1,0 1,1 25,0 £ 04 1,1
Haxnoden (ammyia) 75,0 74,8 + 1,3 1,2 74,7 + 0,8 0,9

W3 puc. 4, Ha KOTOPOM IIPUBEAEHBI WHTETPATb-
Had U audgepeHIuanbHasi KPUBBIE 0CAJT0YHOTO
TUTPOBAHUA [UKIO(PEHAKA PACTBOPOM OCHOBHOTO
Kpacuresns, BUTHO, YTO IIPYU B3aWMOAEHCTBUHU [IUK-
sopeHaKa C TONYHIHUHOBBIM TOILyOBIM 00pasyercs
MOHHBIN accoraT coctaBa 1:1. 9TO MOKHO HCIIONb-
30BaTh U /IS ONPEIeIeHUs MAKPOKOJINIECTB TUKIIO-
denaka.

Anaaumuuneckoe ucnoaviosanue. Ytobbl ore-
HUTH 3(P(PEKTUBHOCTD MOTEHIIHOMETPHUIECKOTO CEeH-
copa I OImpeeieHus TUKIOPEeHaKa B peaJbHBIX
obpasrax, oIpeme/siii ero cojep:kanue B dapma-
IIEBTUYECKUX IIpenaparax (Kamcynax, WHBEKIUAX,
Massax). Pesynbprars! mpencraBiensl B Taba. 3 Haps-
Iy C pe3yJbTaTaMu, IOJIyYeHHBIMH METOI0M ITOTEeH-
[IHOMETPHUYECKOro TuTpoBauwusd 1], u ceprudurupo-
BaHHBIMU 3HAYEHUAMHU COMEPIKAHUS.

O6pasisl pacTBOPOB [JIST MHBEKITUH U TeJIeH, KO-
TOpBIE COMEP:KATH AUKIO(QEHAK, Tepe]] aHAIH30M
PACTBOPSIIN B MUCTUIIHPOBAHHOHN BOJiE, & KAICYIbI
¥ TabJIeTKN MPeIBAPUTEILHO PACTHPAIH B IIOPOIIIOK
B araToBOH CTYIIKE U PACTBOPAIN B DOHOBOM BJIEK-
Tposute. PacTBop puabrpoBanu yepes Gymary mis
yaaneHua TBepAbIX dactuil. MOHHYI0 CHiIy pacTBo-
pos nopzgep:xuBanu 0,1 M KCl opu pH 8. B moiny-
YEeHHBIH PACTBOP MOTPY:KAIU [UKIOPEHAK-CEeK-
TUBHBIHA BJIEKTPO]] U BJIEKTPO]] cpaBHeHusa. KoHieH-
TpAaIUo TUKI0O(PEeHaKa HAXOAWIH 0 TPagyHpOBOU-
HOMY rpaduky.

[IpuBenenubie B Tabm. 3 pe3ynabTATHI MOKA3bI-
BAlOT YIOBIIETBOPUTENIBHOE coBIaaeHue [1], 4to
CBUIETEILCTBYET O HE3HAYUTEIHHOM BIHIHUU HA
paboTry cemHcopa ApyruX AHHOHOB, a TaKXKe Ka-
THOHOB, MPHUCYTCTBYIOIIUX B (hpapMareBTUIECKUX
rpenaparax.

3axarogeHue

Takum obpasom, pazpaboTaH HOBBIH MOTEHIIHUO-
metpuyeckuii cerncop (MCI) mna onpenenenus auk-
modeHaka B (papMameBTUYECKUX IIpernaparax,
XapaKTePHUBYIOIINICI OBICTPHIM OTKINKOM (2 — 3 ¢),
IIUPOKOH 00JIaCThbI0 JIHHEHHOCTH 3JIEKTPOIHOMU
(pyHKIIMHM, BBICOKMM KOI(D(UITHEHTOM CEIEKTHUB-
HOCTH, & TAK/Ke IPOCTOTOM MPUMEHEHHS W HHU3KOH
cebecroumocthio. IlpennoxeHHbIit cencop ObLT am-

pobupoBaH mpu aHaiause pama gapMaleBTHUYECKHX
MperapaToB Ha CofepKaHne TUKI0(eHaKa.
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Flame spectrophotometry is one of the main methods for determining alkali and alkaline earth
metals in solutions. Chemical analysis by the flame photometric method have become of great
importance for estimation of trace elements content and for work on small quantities of sam-
ple. The most important disadvantages of flame spectrophotometry are different types of inter-
ference (spectral, chemical, and physical). The paper considers mainly the physical interference
which directly relates to the state of the sample itself and includes solution temperature, vis-
cosity, surface tension, and vapor pressure. These effects are interdependent and not easily iso-
lated for study. The addition of a substance increases the viscosity of the solution, which affects
aerosol formation, transport, droplet size distribution, evaporation rate and flame tempera-
ture. All that leads to a decrease in the intensity of light emission. In the present article, the ef-
fect of phenylalanine on the sodium determination by the flame photometric method in the
field of dilute solutions was studied. A decrease in the photocurrent emission of sodium in its
joint determination with phenylalanine was found. The main reason is the increase in viscosity.
It leads to a reduction in the spraying rate in the analyzer and a diminution in the analytical
response of the device. The systematic type of errors in determining the concentration of so-
dium in the presence of phenylalanine is proved.

Keywords: flame emission spectroscopy; sodium; organic substances; solution viscosity;

phenylalanine; spray rate; atomization.

Introduction

In the microbiological synthesis of amino acids,
the resulting mixtures contain, in addition to the
target component, mineral components and sugars.
To solve the problem of amino acids separation
from a mixture with sugars and mineral electro-
lytes, ion-exchange and membrane technologies
are used. During dialysis of water-salt solutions of
phenylalanine, amino acids are transferred to-
gether with sodium ions through a cation exchange
membrane, which reduces the efficiency of the sep-
aration process [1, 2]. To develop rational deminer-
alization regimes for mixed solutions, the problem
of quantifying the amino acid and salt in dilute so-
lutions arises.

The traditional method for determining alkali
and alkaline earth metals is flame emission pho-
tometry. This method is based on measuring the in-
tensity of light emitted by excited particles (atoms
or molecules) when a substance is introduced into a
flame. The advantages of the method are expressiv-
ity; high selectivity and accuracy (2-4%); high
sensitivity (C,;, — up to 107 mol/dm3) [3]. Cur-
rently, this method finds its application not only in
conducting local laboratory analyzes [4], but is also
used in various important modern branches of
technical research [5, 6], determination of alkali
and alkaline-earth metals in food products [7, 8]
and in studies of geochemical samples [9]. The pos-

sibilities of using a digital flame image to deter-
mine the sodium content in samples of sports
drinks are discussed [10]. The disadvantage of the
flame photometric method is the possibility of a
significant overlapping of adjacent spectral lines
belonging to different chemical elements. This ef-
fect leads to influence of other elements, which are
in the analyzed solution, on the results of the tar-
get element determinination.

Many authors have studied the role of the in-
fluence of various kinds of interference in metals
determination in a solution [6]. However, the influ-
ence of interference caused by the so-called inert
materials has been given little or no consideration.
Errors that occur in the presence of not only nitro-
gen-containing organic (urea), but also inorganic
(nitric acid and ammonium chloride) substances
were evaluated [11, 12]. It was established that the
presence of nitrogen-containing organic substances
in the solution lowers the photocurrent of sodium
or potassium emission. The introduction of 0.04
mole of urea per 1dm? (4% approximately) into
NaCl solution (100 ppm) results in an absolute
reading for sodium which is some 11% lower than
the true value. The author explains this by chang-
ing viscosity of the solution and the spray rate of
the sample in the flame. Many organic substances,
such as glycerin, sugars, proteins, etc., increase vis-
cosity; this reduces the spraying efficiency, which
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leads to a decrease in the brightness of the radia-
tion of the element in the flame [11]. For example
[11], sucrose was added to a sodium salt solution to
increase the viscosity. In an extreme case where
40% sucrose was added to the sample, the results
for sodium were 40% below the true value. In [12],
the degree of quenching of the radiation intensity
of sodium atoms (sodium content in acid-contain-
ing solutions of 0.1 g/L.) in a flame in the presence
of inorganic acids was studied. In case of nitric acid
at a concentration 4.0 M, the decrease in optical
density is 18% (decrease in consumption for the
same solution — 19 - 20%), hydrochloric acid —
34% (decrease in consumption — 18 — 25%), sulfu-
ric acid — 34% (reduction in consumption — 35%).
The author assumes that the main factor in influ-
ence of inorganic acids in the flame photometry is
the change in the flow rate of the analyzed solution
in view of the increase in kinematic viscosity with
increasing acidity of the studied solutions. Thus,
the authors of [11, 12] agree that the change in the
solutions viscosity has a practical importance in
the analysis.

The effect of sucrose, glucose, urea, and gelatin
on determination of sodium, potassium, and cal-
cium by flame photometry was studied in detail
[11]. It was found that each organic contaminant
produces a progressively greater decrease in flame
intensity for each of the alkali and alkaline earth
metals as the concentration of contaminant in in-
creased. In the case of the introduction of 0.05 mole
of urea per 1dm? into sodium chloride solution
(100 ppm), the absolute reading of the device de-
creases by 3% relative to the true value, while the
introduction of 1 mole — by 21%. The aerosol par-
ticles size of sucrose, glucose, urea and gelatin solu-
tions was measured. It was found that with an in-
crease in concentration of organic solutes, the vis-
cosity increases and the aerosol particles size in-
creases, and, accordingly, the intensity of analytical
lines decreases. It was revealed that the depressing
effect on the lines intensity of each studied element
is almost the same per gram of sucrose as per gram
of glucose. This indicates that for similar com-
pounds, the effect is a function of mass rather than
molarity of contaminant. An increase in viscosity
causes a decrease in the atomization rate of the
sample; therefore, in the same time fewer atoms
fall into the flame. This, in turn, leads to a decrease
in emission lines intensity. The author of [13] de-
rived a theoretical formula for calculating the de-
crease in the photocurrent of magnesium emission
in the presence of various acids, which is confirmed
by experimental data. Therefore, the authors of
[14, 15], when determining alkali and alkaline
earth metals in honey, to exclude the interfering ef-
fect of sugars (glucose and fructose mostly) and

other organic components, had to separate them
using ion-exchange membranes.

On the other hand, this interference cannot be
considered only from the point of view of increas-
ing the viscosity of solutions containing an organic
“contaminant” although the time intervals re-
quired for the atomization of such samples will
not differ greatly for a number of organic impuri-
ties that can cause a decrease in emission lines
intensity.

The aim of this work is to study the effect of
amino acid (phenylalanine) on flame photometric
determination of sodium in dilute solutions.

Experimental

The object of study was diluted individual and
mixed model solutions of sodium chloride and phe-
nylalanine. Model solutions of an amino acid (Sig-
ma-Aldrich, USA) and a mineral salt (VECTON,
Russia) were prepared from reagents of the classifi-
cation “chemically pure.” Concentrations of so-
dium chloride and phenylalanine in individual and
mixed solutions were in the range of 105 -
10~ mol/dm?. Sodium chloride solutions were pre-
pared from a standard 1.0 mmol/dm? solution by
dilution. Amino acid solutions were prepared by
weight.

The concentration of sodium in solutions was
determined using a flame photometric analyzer of
fluids PAZh-1 (USSR). The device is equipped with
interference filters for the determination of Na, K,
Ca, Li. The radiation detector is an F-9 photocell
with an antimony-potassium-sodium-cesium pho-
tocathode. A double-gap burner (natural gas — air
flame), turned perpendicular to the radiation flux,
acts as an atomizer. The measuring instrument is a
microammeter 100 pA (100 divisions). The emis-
sion photocurrent was measured at a sensitivity —
8, signal attenuation factor — 0, a time constant —
1. The flow rate of the test liquid was 0.1 cm?/sec
for both individual standard solutions of sodium
chloride and phenylalanine and for standard mixed
equimolar solutions. According to the obtained
data, calibration graphs were plotted in the region
of dilute concentrations of the studied solutions.

A statistical evaluation of significance of the
differences in characteristics of the calibration
curves for an individual sodium chloride solution
and its mixture with an amino acid was carried out
using the Student’s ¢-distribution [16]. To check
significance of the difference in the sensitivity coef-
ficients values of calibration graphs (b; — b,), coeffi-
cient t was calculated by the expression

:|b1_b2|
S, ’

¢ (1)

where S; is difference variance of quantities
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(b; — by) found by the expression

1 1
+ ) 2

where x; is the concentration of components for
calibration curves I and 2.

The total dispersion Sg was estimated by the
expression

sgzsg{

S +8S
sz-—% @& (3)

)
n, +ny —2

where n is the number of options for calibration
curves. Sp; and Sy, — calculated by the expression

SQ=Z(yi—Y,~)2, 4)

where y;, are the experimental values of the
microammeter readings, Y; are the values obtained
from the linear regression equations Y, = a + bx;
for calibration curves 1 and 2, respectively.

To simultaneously determine the constant and
variable systematic errors, the experimental values
of the analytical signal (y;) are investigated and
compared with those calculated at the same con-
centrations (x;) from the regression equation y =
= a + bx. The nonzero value of constant a that de-
scribes the background indicates a constant (sys-
tematic) error. Coefficient b is greater than 1000 —
about variable error [16]. Under assumption that
the given values of emission photocurrent x; (NaCl)
are error-free, and the results of y; (NaCl + Phe)
obey the Gaussian distribution, the smoothing line
can be calculated using unweighted regression
[17]:

to = lal/Sy; t = |1-b]/S), (5)

The percent error of determination of sodium
in solutions with phenylalanine was calculated by
the expression

A, % = 100(Inac1 + Phe = INac)/INacts (6)

where I,o1 + phe 1S the intensity of light emitted by
a sodium in the flame in the presence of phenyl-
alanine, Iy,c; is the intensity of light emitted by a
sodium solution.
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Fig. 1. The concentration dependence of the analytical res-
ponse of the flame photometric analyzer in sodium chloride
solutions (1), phenylalanine (3) and their experimental equi-
molar mixtures (2); curve (4) was calculated by additivity
principle of signals

Results and discussion

Calibration curves in coordinates of the micro-
ammeter reading (I) and the molar concentration
(C) of sodium (phenylalanine) in individual and
mixed equimolar solutions are presented in Fig. 1.
The characteristics of the flame photometry
method when determining sodium and phenylala-
nine concentration in their individual solutions are
presented in Table 1. It was established that in the
spectral region in which the analytical line of the
sodium element being determined is located, phe-
nylalanine in individual solutions gives a linear re-
sponse that is an order of magnitude lower than
the sensitivity of the sodium response.

An analysis of the results for mixed solutions
showed that when determining the sodium concen-
tration in a mixture with an amino acid, the re-
sponse of the mineral component is less than in its
individual solutions. The metrological characteris-
tics of the obtained calibration dependences are
presented in Table 2.

Significance assessment of value of constant
that describes the background a using the Fisher’s
criterion F' (F < F,;) [17] showed that all the ob-
tained calibration curves pass through the origin
and correspond to a dependence y = bx. Thus, in-
strumental and experimental background noises,

Table 1. Characteristics of the flame photometry method when determining sodium and phenylalanine concentration

Component
Characteristics
Na Phe
Sensitivity coefficient dI/dC, 103 pA - dm3/mol 900 + 20 80 + 10
Correlation coefficient of the calibration curve R2 0.998 0.920
Minimum detectable component concentration C,;,, 10-5 mol/dm? 1.2 4.1
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Table 2. Correlation of flame photometer signal and component concentration

Dependence type of the analytical signal

Component y=a+tbh F<F y=ba
b+ Ab, tab b+ Ab,
a*ha,pA 40314 dm¥mol 103 pA - dm3/mol R?
NaCl 0.9 +02 890 + 30 0.999 117 < 4.95 900 + 20 0.998
Phe 0.8 +0.1 70 = 15 0.966 1.94 < 4.95 80 = 10 0.921
NaCl + Phe 1.1+0.3 700 = 50 0.996 1.03 < 4.95 720 + 30 0.995

Table 3. Statistical evaluation results of difference signifi-
cance in the sensitivity coefficients of the calibration curves
in individual (NaCl) and mixed with amino acid (NaCl +
Phe) solutions

Parameter NaCl NaCl + Phe
b, 102 pA - dm?/mol 900 = 20 720 = 30
S§ 2.43
S, 103 45.68
bexp > Liab (f=12,P = 0.95) 6.66 > 2.18

Table 4. Statistical assessment results of presence of syste-
matic errors when sodium determination in the presence of
phenylalanine

Parameter Value
S, 0.15
S, 0.019
t, 2.88
4, 11.05
tn (P =0.95,f=5) 2.57

as well as other possible random phenomena, did
not make a significant contribution to the analyti-
cal signal.

The results of a statistical evaluation of the dif-
ference significance in sensitivity coefficients
(slopes) of the calibration curves for individual and
mixed with amino acid of sodium chloride solutions
(Fig. 1) are presented in Table 3.

The excess of Student’s coefficient ¢, calcu-
lated by experimental data over the tabular value
tiap by three times indicates that the difference be-
tween the characteristics of the calibration curves
in individual and mixed sodium chloride solutions
is statistically significant.

A constant deviation of the results in one direc-
tion from the true value indicates a systematic er-
ror. It is important to know type of systematic er-
ror that appears, since this will make it possible to
draw a conclusion about the cause of its occurrence
and to optimize the method as far as possible.

The results of checking for systematic errors
are presented in Table 4.

The obtained value of ¢, is greater than ¢,
therefore, the presence of a linearly varying sys-
tematic error when determining sodium concentra-
tion in dilute solutions in the presence of phenyl-
alanine can be established.

Thus, phenylalanine causes a decrease in emis-
sion of sodium when determinating in dilute solu-
tions, similar to the known influence of urea
[11, 19, 20].

It is known that the main factors affecting ana-
lytical response of a flame photometer are the
spray rate and the average diameter of the aerosol
particles generated during operation of the pneu-
matic sprayer [11]. According to Poiseuille’s law,
the main characteristic that affects the suction
rate of a solution V (em?/sec) is sprayed solution
viscosity:

B 1087 4nAP
8nL

\%4 , (7

where AP is the pressure drop along the length of
the capillary; r is the radius of the capillary; n is
the viscosity of the sprayed solution; L is the length
of the capillary. The viscosity of amino acid solu-
tions exceeds the viscosity of sodium chloride solu-
tions (Fig. 2). In this case, with increasing concen-
tration, the difference in solutions viscosity of the
amino acid and the mineral component increases.
In [18], it was found that phenylalanine solutions
have an increased viscosity in the concentration
range of more than 0.005 mol/dm? due to the for-
mation of spatial associates. According to Poiseui-
lle’s law, an increase in solution viscosity decreases
the spray rate [11, 12], which is one of the reasons
for decrease in response of flame photometer in so-
dium chloride solutions in the presence of the phe-
nylalanine amino acid.

In flame photometry, the bulk of the interfer-
ence caused by dissolved organic substances is due
to the increased viscosity. However, in some of the
cases investigated, an increase in viscosity causes
only a small part of the interference. An important
characteristic of the resulting aerosol quality is the
average droplet diameter [11]. The size of aerosol
particles depends on viscosity, surface tension and
density of the sprayed solution. The particle diame-
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Fig. 2. The concentration dependence of the dynamic visco-
sity in sodium chloride (1) and phenylalanine (2) solutions

ter can be estimated using the empirical relation
[12]

585/ 0.1n )" 10007 )"
d= G+507[ '”] [ ] ,  (®

Cwp up Vi

where u is the spray gas flow rate, m/sec; o is the
surface tension, N/m; 1 is the viscosity coefficient
of the solution, Pa - sec; p is the solution density,
g/em?3; V and V; are the flow rates of the solution
and gas per unit time, cm?/sec.

Thus, addition of an amino acid changes the at-
omizer operation mode, as a result of which quan-
tity and particles size of aerosol formed change. As
a result, the amount of substance introduced into
the flame changes, and, consequently, the radiation
intensity.

Interferences can also be caused by individual
action of dissolved organic substances and are asso-
ciated with their influence on the spray nature fol-
lowed by an obstacle to metal activation in the
flame.

The response dependence of determined so-
dium component on the interfering organic compo-
nent concentration of phenylalanine was experi-
mentally established. Checking the difference sig-
nificance in the sensitivity coefficients of sodium
chloride and phenylalanine equimolar solution
(curve 1, Fig. 1) and the difference in the sensitiv-
ity coefficients for the individual components
(curve 4, Fig. 1) allowed us to conclude that in
the selected concentration range (1.0-10.0) X
x 105 mol/dm? the additivity principle is not ob-
served. The light emitted intensity by sodium in a
flame decreases to a greater extent than could be
expected according to the observance of the addi-
tivity rule of signals.

25 r

=}
o@

2 4 6 8 10 12
Cppe, mol/dm3

Fig. 3. The dependence of the error in sodium determina-
tion on phenylalanine concentration in equimolar mixed
solutions

The intensity of the light emitted by sodium in
the flame decreases as the concentration of equi-
molar solutions increases. The concentration de-
pendence of sodium determination errors in solu-
tions with phenylalanine calculated by expression
(5) is presented in Fig. 3. It was found that phe-
nylalanine at its concentration of 0.01 mmol/dm?
reduces the radiation intensity of sodium by 10%,
and in an equimolar mixed 0.1 mmol/dm? solu-
tion — by 21%.

This is apparently caused by an increase in size
of the aerosol particles formed by the sprayer and a
corresponding decrease in the substance flow into
the flame. A significant increase in the aerosol par-
ticles size in mixed equimolar solutions of
phenylalanine and sodium chloride can occur due
to the possibility of formation of the organomineral
salt particles [20]:

@CHQ—CH—COO + NaCl —
I

NH,f

— <3‘CH2_C|H—COO'N31Jr

NH, CI

Formation of a similar structure about a 1:1 ra-
tio of components is confirmed by a minimum on
the concentration dependence of the electrical con-
ductivity of aqueous mixed solutions. This fact con-
firms the decrease in the number of conductive
particles as a result of formation of a neutral or-
ganic mineral salt. It should be noted that the orga-
nomineral structure is also formed with other ra-
tios of components. In this case, equivalent
amounts of amino acids and salts are bound, while
the remaining “free” amount of components partic-
ipates in other processes [21].
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In addition, the organomineral salt formation
can affect the processes occurring in the flame and
affect the metal atoms concentration in the flame,
that is, affect the evaporation of salt from aerosol
particles, the dissociation of its vapor and atoms
ionization. Partial absorption of radiation gener-
ated by a metal or partial dissipation of flame en-
ergy by a contaminant are other possible causes of
the observed effects.

Conclusion

Influence of phenylalanine on the determina-
tion of sodium concentration by flame photometric
method in the field of dilute solutions has been
studied. A decrease in the photocurrent of sodium
emission in the presence of phenylalanine was
found. It is proved that influence of amino acids on
determining the sodium concentration in dilute so-
lutions by flame photometry is statistically signifi-
cant. The main reason is that the amino acid in-
creases the solution viscosity, which leads to a de-
crease in spray rate in the analyzer and reduces the
analytical response. Another possible reason is due
to influence of the presence of amino acids on the
atomization process and the increase in particle
size.

The systematic type of errors in determining
sodium concentration in the presence of phenylala-
nine is proved. Their positive correlation with an
increase in the concentration of the interfering
component is established.
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IBOJIIOITHOHHOE PA3BUTHE KOHCTPYKI[MOHHBIX JKAPOIPOYHBIX CIIABOB IIPHUBEJIO K CO3IAHMUIO BbI-
COKOTEMIIEPATYPHBIX EeCTeCTBEHHO-KOMITO3UIMOHHBIX MaTepuanoB (KM) Ha ocHOBe cucreMbl
Nb - Si, KoTopbIe ABIATCA MEPCIEKTHBHBIMH I U3TOTOBJIEHI JIOIATOK ABHAIMOHHBIX Ia30-
TypOMHHBIX aBUraTenei ¢ paboueil temmeparypoi mo 1350 °C. Jlna nmpumanus HEOOXOTUMBIX
CBOMCTB (KapOIIPOYHOCTE, JKAPOCTOUKOCTh, COITPOTUBIIEHHE TI0JI3yIECTH, BASKOCTD PA3PYIIEHs,
TeXHOJOTHYHOCTD ¥ 1ip.) B KM Ha ocHoBe cucrembl Nb — Si BBogaT MoguHItupyoIpre 106aBKu
B, Ge, Sn, Zr. ITpu ucronb30BaHAN TEXHOIOTMHA MEXAHIMIECKOTO JIETUPOBAHUS IS IIPOU3BOICT-
Ba KoMmo3uToB cucrembl Nb — Si B MmaTepuan moryT monagars Fe u Ni kak TexHrdYecKre mpumMe-
cu. B aBrnakocMu4ecKoii IIPOMBINITIEHHOCTA K Ka4eCTBY MATEPHAIOB IPEIbABIAIOTCA BHICOKHE
TpeboBanwus. J[J1g KOHTPOJISA KayecTBa MOIy(PabprKaTOB B X0/1€ IPOU3BOJICTBA U TOTOBBIX KOMIIO-
3utoB cucreMbl Nb — Si He06X0UMO TOUHOE OIIpe/iesieHIe MATPUYHBIX, JIETUPYIOIUX ¥ IIPUMec-
HBIX DIIEMEHTOB B COCTaBe CILIaBOB. PazpaboTana MeToiKa aHATH3a KOMIIO3UTHBIX MATEPUAIOB
Ha ocHOBe cucreMbl Nb — Si MeTos0M aTOMHO-3MUCCHOHHOM CIIEKTPOMETPHUHN C WH/yKTHBHO-CBSI-
3aHHOM IJIA3MOH C WCIIOIb30BAaHHEM MHKPOBOJIHOBOM ITOATOTOBKY IIp00. BriOpams ananutmye-
ckue nmunaun B, Ge, Sn, Zr, Fe, Ni, cBo60oHbBIE OT 3HAYMMBIX CIEKTPAIbHBIX HAIOXKeHu. Juamna-
30H OIpenensaeMbix comepskanuii cocrasiser ( %): Nb — 40-80; B, Ge, Zr — 1-5; Sn —
1-25;Fe—0,01-10; Ni— 0,01 — 5. [l 711 OIIeHKH METPOJIOTHIECKUX XapPAKTEPUCTHUK METOAMKN
B KauecTBe 00pasiioB CPABHEHUS UCIIOIH30BAIHN MOJIEIHHBIE PACTBOPHI, AHAJOTUYHBIE 110 COCTa-
BY aHAJIUBUPYEMbIM KoMmrozutaM, npurorosieHusie w3 ['CO pacTBopoB noHOB simeMeHTOB. [l
IIPOBEPKH MPABWIBHOCTH PE3yJIbTATOB aHAJIN3a METOIOM «BBEIEHO — HAMIEHO» HCITOIb30BAIIH
O/IM3KHe 110 coCTaBy K KommosutaMm Ha ocHoBe cucreMbl Nb — Si I'CO ¢epponrobus u TuTaso-
BBIX CILIABOB. J[J1 BCex OIpenenaeMbIx 3JIEMEHTOB [I0KA3aTelb IIOBTOPIEMOCTH HE IIPEBBIIIAeT
2 % oTH., a IOKa3aTeNlb MPOMEKYTOUHOH IPEeU3uOHHOCTH — 4 % OTH.

KaroueBsie ciioBa: MeToVKa aHAIN3a; ATOMHO-3MUCCHOHHAS CIEKTPOMETPHS; WHIYKTHBHO-
CBsI3aHHAA IIa3Ma; MUKPOBOJIHOBOE Pa3jIOiKeHHe; HUOOWH; KPEeMHUH; BbICOKOTEMIIEPATYPHBIE
KOMITO3HUTHL

DETERMINATION OF MODIFYING ADDITIVES AND IMPURITIES IN Nb - Si-BASED
COMPOSITES USING INDUCTIVELY COUPLED PLASMA ATOMIC EMISSION
SPECTROMETRY (ICP AES)
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The evolutionary development of structural heat-resistant superalloys has led to creation of high-temper-
ature niobium-silicon based natural composite materials (CM) which are promising for manufacturing of
aircraft gas turbine engine blades with an operating temperature of up to 1350°C. To impart the necessary
properties (heat resistance, heat resistance, creep resistance, fracture toughness, manufacturability, etc.)
CM are doped with modifiers, e.g., B, Ge, Sn, Zr. When using the technology of mechanical alloying for pro-
duction of niobium-silicon based composites Fe and Ni can enter the material as technical impurities. The
quality of materials is the first concern in the aerospace industry. Accurate determination the matrix, al-
loying and impurity elements in the CM composition is necessary for quality control of the semi-products
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and off-the-shelf CM. We improved the method of ICP AES with microwave sample preparation for deter-
mination of the chemical composition of niobium-silicon based composite materials. The analytical lines of
B, Ge, Sn, Zr, Fe, and Ni free of significant spectral overlap are used. The range of the determinable con-
tents (wt.%) is: Nb — 40 - 80; B, Ge, Zr — 1 - 5; Sn — 1 - 2.5; Fe — 0.01 — 10; Ni — 0.01 - 5. To evaluate
the metrological characteristics of the method, model solutions similar in composition to the composites
analyzed, prepared from certified solutions of the ions, were used as reference samples. State standard ref-
erence samples of ferroniobium and titanium alloys similar in composition to Nb — Si based CM were used
to verify the accuracy of the technique in spiked tests. The repeatability and intermediate precision indices
did not exceed 2 and 4 %rel., respectively, for all the elements studied.

Keywords: technique of analysis; atomic emission spectrometry; inductively coupled plasma; microwave
decomposition; niobium; silicon; heat-resistant structural materials; high-temperature composites.

BBenenue

Bricokoxaponpoysble HHOOUEBBIE CILIABHI C CH-
JIANMIHBIM YIIPOYHEHWEM WJIM €CTECTBEHHO-KOMIIO-
3UIMOHHBIE MaTepuaisl (in situ composite, KM) na
ocuoBe cucrembl Nb — Si mranupyercs nmpuMeHSTH
[IPY TIPOU3BO/ICTBE JIOMATOK /IS ABUAIIMOHHBIX IBHU-
rareiefl BMECTO :KAapOIPOYHBIX CIIABOB HA OCHOBE
Ni. IIpeanonaraercs, uro KM mosmxubI 00ecriednTsb
pabouyro Temmeparypy Jgomarok 10 1350 °C u moBsbI-
cuTh 3(PPeKTUBHOCTh paboTwl asuraresnei [1]. [l
MOJIyYeHUs B3aJaHHBIX CBOUCTB ((KapOIIPOYHOCTb,
JKAPOCTOMKOCTD, COMPOTHBJIEHUE TOJ3Y4ECTH, Bs3-
KOCTh paspylleHus, TeXHOJIOTUIHOCTh U ap.) KM Ha
ocuoBe cucreMbl Nb — Si 71erupyioT cooTBeTCTBYIO-
mumu snementamu: Ti, Hf, W, Mo, Al, Cr [2]. Ompe-
JIeJIeHbl BapHaHThI cocTaBa KoMmmo3uToB Nb —Si ¢
YAOBIETBOPUTEIBLHBIM  0AJAHCOM MEXAHHYECKHUX
CBOMCTB M COIPOTHBIIEHHEM OKHciIeHui0. Paspab6o-
TaHbl TEXHOJOTUH TIOJ[yUeHHUA STUX KOMIIO3UTOB Me-
TOMAMY TPASUITHOHHON METAJIYPTHH TPOU3BOCTBA
CIUTKOB, B TOM YHCJIE W METOJOM HAIPABIEHHOH
KPUCTAIU3AINH, a TAKKe MOPOIIKOBON MeTaIyp-
ruu [3, 4].

HssectHo, uTO0 HHOOHEBBIE CILIABHI 00JIA1AI0T
HU3KUM COIPOTUBJIEHUEM OKHUCIEHUIO0 MPU ITOBBI-
mnieHHou Temmeparype [5]. nsa ymydieHus compo-
tusiasemoctu okucienuio csbiae 500 °C 8 KM na
ocuoBe cucrembl Nb — Si sBogsar Ge u B [6, 7]. dus
YMEHBIIIEHUs CKJIOHHOCTH maHHBIX KM K mec-
TUHT-KOPPO3WK TPUMEHAIOT JerupoBanwe Sn [8].
Hobaska Zr B cucremy Nb — Si yBenuuuBaer mpod-
HOCTB TBEPOT0 PACTBOPA HUOOU, IIOCKOIBKY ZT XO0-
poitio pactBopsaercsa B Nb, mogudwuiupys Hampas-
smeHHy0 crpykrypy KM mpu BhIILIaBKE METOIOM Ha-
MIpaBJIEHHOU KpucTawutusanuu [9].

B onpenenennpix mapkax KM Ha ocuoBe cucre-
mbI Nb — Si mHegomycrumo nanuuue Fe wru Ni, koto-
pbleé MOTYT OTPHIIATENIHFHO CKA3hIBATHCI HA CBOMCT-
Bax KM, omHaKO 9TH HIeMEHTHI ITOMAIAI0T B KOMIIO-
3UTHI KAK TeXHUYECKHEe MPUMECH, HAIpUMep, TpH
WCIIOTb30BAHUN TEXHOJOTUHM MEXAHHUYECKOTO JIETH-
poBanwus [10].

Takum obpasom, KM Ha ocHOBe cucreMmbl
Nb - Si Moryr OBITH JIErHPOBaHbI OIHOBPEMEHHO
5 — 7 aemMeHTaMHu U cofepiKaTh paz npumeced. Jlna-

[Ma30HbI JOILyCTUMbBIX COIEPIKAHUN dieMeHToB B KM
Pa3HBIX MApOK MOTYT CYIIECTBEHHO PAaslIHYaThCH.
CymmapHoe comepskaHue I0JIed JIETHPYIOIIUX diie-
menToB B KM mo:xer 661Th 601ee 50 %. K xoncTpyk-
[HOHHBIM MATEPUAIaM B ABHALIMOHOM IPOMBIIILIECH-
HOCTH IIPEIbSIBJISIOTCI BHICOKHE TPEOOBAHUA 110 XH-
MHUYECKOMY COCTABY: AHAJTUTUYECKUH KOHTPOIb IIPO-
BOAAT TPU TOJyYEeHUU MOIydabpHUKATOB M CAMHUX
KOMITO3UTOB Ha OcHOBe cucrembl Nb — Si [11]. Ilpu
COZIEP:KAHUH JIETUPYIOIIUX 3JIEMEHTOB HHKE, YeM B
YCTAHOBJIEHHOM B TEXHWYECKUX YCIOBUAX AWAIIA30-
ue, KM me OyayT o6iamarh 3aJaHHBIMA ITPOYHOCT-
HBIMH XapaKTEPUCTHKAMU, 4 B CIIy4ae IIPEBbIIIeHUsT
BEpPXHEH I'paHUIlbI JUANA30HA IOILyCTUMBIX COZIEp-
SKAHAHM BO3MOKHBI CTPYKTYPHBIE Te(DEKThI.

Pamee nna onpeneneHus ynbTpaHU3KUX COZIEP-
skanui npumeceit B KM Ha ocuose cucremsbr Nb — Si
ObLTa paspaboTaHa METOIMKA C IIPUMEHEHHEeM Mace-
CIIEKTPOMETPHUH C WHAYKTUBHO-CBA3aHHOU TJIa3MOU
(MC HUCII) [12, 13]. B pa6ote [14] onucama meTomu-
Ka aHanmusa JaHHbix KM MeTomoM aToMHO-3MUCCH-
OHHOHM CIIEKTPOMETPHH C WHAYKTHBHO-CBI3aHHOM
wrazmoit (ADC UCII) muma ompesenenus psaaa Jeru-
pyromux snementos (Si, Ti, W, Mo, Hf, Cr u Al). Ox-
HAaKO IIPUBEIEHHbIe METOIWKM He IIpeayCMaTpHhBa-
for onpenenenus Nb u rakux ajaemeHToB, Kak B, Ge,
Sn, Zr, Fe u Ni, koTopble B 3HAYUTEIILHON CTEIIEHU
BIIMAIOT HA CBOMCTBA KOMIIO3UTOB HA OCHOBE CHCTE-
MbI Nb — Si.

Iens mannHoit paborhl — paspaboTKa METOTUKN
ompeeeHns HHOOUA, MOAU(PUIUPYIOMINX T00aBOK
B, Ge, Sn, Zr u npumeceit Fe u Ni B Kommosurax Ha
ocuoBe Nb - Si merogom AJC UCII B puanmasonax
coJlep:KaHu, IPUBEIEHHBIX HIKe, U IIPOBEPKA IIpa-
BWJILHOCTH PaspabOTAHHONU METOIUKH C HCIIOJIb30-
BaHHeM craugapTHbIX oopasios (CO) marepuanos,
OJIM3KUX II0 COCTABY K MCCJIEAYEMbIM KOMIIO3UTAM.

Anemenm Huanason onpedensemvix

codepacanuii, %
Nb. .. ... o o 40 - 80
B. 1-5
Ge . . .. 1-5
Sno.o. o 1-25
Zr . .. 1-5
Fe. ... ... . . . 0000 0,01-10
Ni. oo 0,01-5
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JKCIIepHMEHTATBLHAS 9aCTh npobbsl. Bpems crabuimusanuwu curHaia Imepes us-
MepeHHueM HHTEHCHBHOCTHU aHaJTUuTHYEeCKEHUX JIUHUNA
cocrasnano 30 ¢, mamee AT KaKIOTO pacTBopa Ipo-
BOOWIN TATH maMepeHui 1o 5 c. I'pagyupoBounsie
3aBHCHUMOCTH CTpomIu MeTomoMm no6aBok. IIpemsa-
PUTEJIBbHO aHAJIUTHUYECKHUEe JIMHUU 3JIEMEHTOB BI)I6I/I-
pajin Ha OCHOBaHUU 68.31)1 OAaHHBIX CIIEKTPAJbHBIX
JIMHUH TPOrPaMMHOTO obecriedenws mpubopa.

Hagecku npoussomacTBennbix mpod KM Ha ocuo-
Be cucreMbl Nb — Si B BHjie MOPOIIKA U MeTaJLIHYe-
CcKOH cTpy:kkm Maccor 200 Mr mepeBOAMJIM B pac-
TBOP C TIOMOII[BI0 CHCTEMbI MUKPOBOJHOBOTO Pa3Jio-
JKeHHUSA B Te(JIOHOBBIX ABTOKJIABAX B CMeCH pas3bas-
mernbix Kuciaor (HyO:HF:HNO; = 10:2:1 mo o6we-
my). IlapameTrpsl mpoliecca pasoKeHUs: Harpes
comep:xumoro aprokaasa 10 120 °C — 10 mum; ynep-
JKaHUe TIPU JaHHOU TeMmiieparype — 20 MUH; OXJIaK-

OO6cy:xxneHue pesyabrTaTOB
neuve mo 25°C. Jlanee mosjydeHHBIE KHCIOTHBIE YA pesy

PacTBOPHI IOMEIIAIN B MEPHbIE KOJIOBI U3 IOJUIPO- Il 1s1 BBIOOpA AaHATUTUIECKUX JIMHUM, CBOOOTHBIX
nunena obbemom 100 mi, 3aTeMm pasbaBnanu B 20 OT B3HAYHMBIX CIIEKTPATIBHBIX HAIONKEHUH JIMHUH
pas Takg, 4TOOBI KOHEUHBIE aHa/Inu3upyeMmbie pacTBoO- MeHIIaoniuX J3JEeMEHTOB, aHaJIHW3UpOBAIN MOJENb-
pbl nMenu KoHIleHTpanuio 100 MI/JI. PaCTBOp KOH- HbI€ PacTBOPBI: pacTBOPBI «A», HCIIOJIb3yEeMBblIe NI
TPOJIBHOTO OIIbITAa COAEPKaI TOJIBKO pasﬁaBJIeHHbIe TpagyHupoOBKH, COOEPKAIM TOJBKO OAWH OIIpeness-
kuciorel (0,1 Mt HF u 0,05 mm HNO; ma 100 M eMmbIii semenT (1 mr/i), a pacrtBopel «M» — ocraib-
H,0). Hele Memamomue siaeMeHThl (80 mr/m — Nb;
B pabore mcmonbzoBamu coexrpomerp Agilent 20 mr/n — Ti; Si, Hf, Mo, W, Fe — mo 10 mr/x; Cr,
5100 B peruMe aKCHAIBHOTO 0030pa IIasMbl C Al, Zr, Ge, Sn, B, Ni — 1o 5 Mr/1), 3a HCKIIOYUeHHIEM
unepraor k¥ HF cucremoii pacnbimeHus pacrBopa OIIpeeIieMOro B KOHKPETHOM OIbITe dJIeMeHTa.

Ta6mauma 1. CrexTpaibHble HAIOKEHNS JUHUH MEIIaoIuX JIeMeHTOB Ha ananutudeckue tuauu Nb, B, Ge, Sn, Zr, Fe, Ni npu
onpenenennu merogom AJC HCII B maTepuanax ua ocHoBe cucrembl Nb — Si

Table 1. Spectral overlaps of the lines of interfering elements and analytical lines of Nb, B, Ge, Sn, Zr, Fe, and Ni determined
by ICP AES in the niobium-silicon based materials

JlmnHa BOMHBI Jauna HHTeHCHBHOCTD CUTHANIA HA IVIMHAX BOJTH «Muumas»
OrmnpenenseMblii  aHAIATH- Mermarommia BOJTHBI AHAIUTAYECKUX JTUHUM, UMII/C KOHIIEHTPAIUA
9JIEMEeHT, 9ecKoH JJIEMEHT, MelaoIei C iy MT/I aHaauTa
THII IUHUK JIAHUH THII THHUH JIMHUAA Pacreop PKO Pacreop «A» Pacrsop «M» B pacTBope

Ay, HM Ay, HM «M», mr/m*
Nb II 309,417 OH 309,462 36 175891 35 0,01 0,01
294,154 Fel 294,134 57 179 050 38 0,01 0,01
321,559 WI 321,556 61 131721 2034 0,02 0,60
B I 249,772 Fe II 249,782 102 15883 230 0,003 0,004
249,678 HfII 249,699 73 7636 486 0,01 0,09
182,577 Mo I1 182.586 23 595 20 0,02 0,02
Ge I 259,253 Till 259,258 11 542 80 0,04 0,17
265,157 Nb II 265,112 17 821 19 0,04 0,04
269,134 Nb II 269,177 8 1246 12 0,10 0,11
Sn I 326,233 HfI 326,247 23 3832 186 0,07 0,23
II 189,925 Till 189,939 5 2820 9 0,02 0,03
I 242,170 Si 1T 242,172 14 1437 22 0,03 0,03
VAY II 343,823 NbII 343,842 141 46530 6381 0,002 1,73
349,619 NbI 349,603 35 28953 43 0,002 0,008
327,307 WII 327,328 16 15911 29 0,001 0,007
Fe II 238,204 Nb II 238,229 694 2399 751 0,01 0,01
259,940 Nb II 259,952 242 799 393 0,003 0,027
258,588 Mo II 258,595 151 468 164 0,004 0,004
Ni I 352,453 Mo I 352,465 27 682 6757 0,01 2,06
I 341,476 Zr 11 341,468 123 1370 2272 0,01 0,34
II 231,604 Mo I 231,610 32 1038 35 0,01 0,01

* Pesynbrarsl, cymecrBeHHO (6oiee yeM B 3 pasa) mpesbIianliue npenent oouapy:xenus C ., BbIIEIEeHbI JKUPHBIM IITPUQTOM.

min’
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Nb II 309,417 am Nb II 294,154 um

OH 309,462 um Fe 1294,134 uam

B1249,678 um
B1249,772 um

Fe I1 249,782 um

~

Ge I 259,253 am
Ge 269,134 am

Sn II 189,925 um

Mo I 326,263 um u Hf T 326,247 uam Till 189,939_ HM

Zr 11 343,823 um Zr 11 349,619 um

Nb I 349,603 am
Fe 11 259,940 um

Fe I1343,831 um u Nb II 343,842 um
Fe 11 238,204 um

Nb II 238,229 um Nb IT 259,952 um
Mo I 352,465 um Zr 11 341,468 um
P ~
uc / \ - /7 \ Nil 341,476 um
b P— JEm— —— [y .
. ) e N/
Ni I 352,453 um

Fe IT u Hf IT 249,699 uum

Nb II 321,559 am

W1 321,556 am
B1182,577 um

Mo II 182,586 um

Ge 1265,157 am

Nb II 265,112 M

-~

Sn 242,170 um

- e o

Ti I 242,130 uM Si I1 242,172 mum

Zr 11 327,307 am

W II 327,328 uam
Fe 11 258,588 um

W II 258,593 um u Mo I1 258,595 um

Ni IT 231,604 am

Mo I 231,610 um

Buj sMuCCHOHHBIX CIIEKTPOB BOJIM3M MCCIIeLyeMbIX aHanuTudeckux jguuuii Nb (a), B (6), Ge (8), Sn (2), Zr (0), Fe (e) u Ni ()

(crimomrHast TMHUA — CHEKTPBI PACTBOPOB aHAIHUTOB, IyHKTUP — UHTEP(EPEHTOB)

Emission spectra near the analytical lines of Nb (a), B (b), Ge (¢), Sn (d), Zr (e); Fe (f), and Ni (g) (spectra of analyte solutions —

solid line, interferent solution — dotted line)
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Ha npenBapuTenbHO BHIOPAHHBIX U3 OHOIHOTE-
ku nporpammuoro obecreuenus ICP Expert (Bepcus
7.2.1.8252) cnexrpomerpa Agilent 5100 paurax
BOJIH /i1 pacTBopa KoHTpoabHoro onbira (PKO) us-
MepAIN UHTEHCUBHOCTH (DOHA, 3aTeM H3MEPAIH HH-
TEHCUBHOCTH CUTHAJIOB Ha TeX Ke JIMHAX BOJH B
MOJieNTbHBIX pacTBopax. [lomoskurenbHOE 3aKiIOUYe-
HU€e 0 HAJTUYUHN 3HAYUMBIX HHTEPMEPEHIHH 1eaaiu
IPHU CYIIECTBEHHOM TIPEBBIIIEHUN PACCIUTAHHOH
KOHIIEHTPAIIUH OIIPEeIeIAeMbIX 3JIEMEHTOB B PACTBO-
pax ¢ ajaeMeHTaMU-UHTEeP(EepPeHTAMHU 110 CPABHEHUIO
¢ npenenom obuapyxenus C;,, PACCIMTAHHBIM IIO
3s-kpurepuio nad 10 mapaiieabHBIX ONpeneIeHun
(Tabm. 1).

s wiutiocTpanuy moJIyIeHHbIX JAHHBIX HA PU-
CYHKe MPEeJCTaBIeH BHUJ CIEKTPOB BOIMU3U HCCIEMY-
embix auuni Nb, B, Ge, Sn, Zr, Fe u Ni.

C y4yeToM JaHHBIX, IPEICTABIEHHBIX B Ta0I. 1 1
HAa PUCYHKE, ObLTH BHIOPAHBI aHATUTHIECKHE JIMHUN
s onpeenenusa smemeHToB B KM Ha ocHOBe cuc-
Tembl Nb — Si, cBoOogHBIE 0T Hambolee 3HAYHMMBIX
CIEKTPATBHBIX MHTEP(EPEHITHE:

poB, ko6 u arrecroBaHubix s3Hauenuit 'CO moHOB
9JIEMEHTOB B PaCTBOpE: MAKCHMAJIBHOE 3HAUYEHHe
A, IS OIpeesieMbIX DIEMEHTOB He IPEBBIIIAeT
2 % oTH.

Jlma Kamoro w3 4YeThIpeX BapWAHTOB COCTABA
OC (cMm. Tabm. 2) orbupanu 10 YeTbipe cepuu (p) mo
[IIECTh AJWKBOTHBIX YacTed (1) U OIpemesiii KOH-
IIEHTPAIlUK B3JIEeMEHTOB. Pacuer MeTpOoIOTHIeCKUX
XapaKTEePUCTHK pa3pabaThbiBAEMON METOAMKH IIPO-
soaunu B coorsercTBuu ¢ I'OCT 5725-2002 u PMI'
61-2010. launable, IOIyIeHHbBIE IIPU OIPENeIeHUN
Fe u Ni 8 OC, npuseznens! B Tadi. 3.

ITo mosmy4yeHHBIM TAHHBIM, UCIIOAb3YS KPUTEPUA
Creiogenra (P = 0,95; f = 3), onenuBaiu cucreMa-
TUYECKYI0 MOTPENIHOCTh: YCTAHOBIEHO, YTO MEKAY
pesynbTaTaMu OIpefelieHnus 3JIEMEHTOB B PACTBO-
pax meromom AIC HCII u omopHbIMY 3HAYECHUIMU
OC oTcyTCTBYIOT 3HAYMMbBIE PACXOMKIACHUI. Pes3yin-
TaThI OLIEHKH METPOJIOTMIECKUX XapaKTEePUCTHE Me-
TOAUKH IIPECTABIEHbI B TA0I. 4.

Beuny orcyrcreua I'CO koMIIO3UTHBIX Mare-
puanoB Ha ocHoBe cucteMmbl Nb — Si 171 KOHTPOJIA
nmpaBuiIbHOCTH omnpenenenus Nb, Zr, Sn, Fe ¢ mpu-

Anemenm Anaaumuveckue AuHUL, HM "
Nb 994,154: 309,417 MeHEeHHeM pa3paboTaHHOM METOIUKH HCIIOIb30BAIIN
B.... ... .. . . 249,772; 182,577
Ge ................... 269,134; 265,157 Ta6auma 2. Coctae  06pas3ioB cpaBHeHus (MaccoBas
Sn ... 189,925, 242,170 mons, %)
%‘Z ggg:gég: 2;;;81 Table 2. Composition of the reference materials (wt.%)
Ni o oo 231,604 dmevent Onoprre suavterus, C,,
Nb 80 70 60 40
B xauecrse o6pasios cpasuenus (OC) ucmonb- Si 5 10 10 15
30Bajld MOJIEJIbHbBIE PACTBOPHI, IPUTOTOBIEHHBIE U3 T 5 10 10 20
onuovmemeHTHBIX ['CO pacTBOpOB HMOHOB JJIEMEH-
toB. IIpu BBIGOpPE OomopHbIx 3Hauenuit OC — C,, py- HE 5 10 10 15
KOBOJICTBOBAJIMCH TeM, YTOOBI IMAMA30HBI KOHIIEH- B 1 2 3 5
Tpamuy oIpeAegeMbIX BJIeMeHTOB OXBaThIBAIU Ge 5 3 2
IHUAIMa30Hbl, YCTAHOBIEHHbIE B MeTofauKke (Tabm. 2). Sn 1 2 3 3
IlorperiaocTy BEIOPAHHBIX OMOPHBIX 3HAYEHUH A, T 5 3 2
KoHrenTparuu snemenToB B OC oleHUBaIN IIyTeM Fe 0,01 0.1 0.5 10
CyMMHPOBAHUS [OIYCTUMBIX CHUCTEMATHYECKUX U .
CIy4alHBIX IOTPEIIHOCTeH MCIIONb3yeMbIX 03aTo- Ni 0,01 0.1 0.5 5
Ta6auna 3. Pesynsrare: onpenenenus Fe u Nis OC (n = 6; P = 0,95)
Table 3. The results of Fe and Ni determination in model solutions (n = 6; P = 0.95)
N c % X * A, %, nns HoMepa cepun
1 2 3 4
Fe 0,01 0,0098 = 0,0001 0,0104 = 0,0002 0,0106 = 0,0001 0,0105 = 0,0002
0,1 0,104 + 0,001 0,103 =+ 0,001 0,103 *+ 0,001 0,103 + 0,001
0,5 0,49 = 0,01 0,51 = 0,01 0,50 = 0,01 0,49 = 0,01
10 10,26 = 0,04 10,17 = 0,08 9,95 + 0,17 9,96 + 0,15
Ni 0,01 0,0097 = 0,0003 0,0101 = 0,0002 0,0095 + 0,0003 0,0094 = 0,0003
0,1 0,105 = 0,001 0,099 = 0,001 0,101 = 0,001 0,104 = 0,002
0,5 0,49 = 0,01 0,49 = 0,01 0,51 = 0,01 0,50 = 0,01
5 4,92 = 0,01 5,04 = 0,01 4,99 + 0,01 5,01 = 0,01




24 «3aBoackasda Jadoparopusd. [[maraocruka marepuanaos». 2020. Tom 86. Ne 1

Ta6auua 4. Pesynbrarhl OIeHKM METPOJOTHYECKUX XAPAKTEPUCTUE METOIUKH, IOJIyYeHHbIE C MCIIOIb30BAHUEM MOEIbHBIX

PacTBopoB

Table 4. The results of evaluating the metrological characteristics of the technique obtained using model solutions

DiIeMeHT JuanasoH ompeneseMbIx

IToxkazarenn IIOBTOPSAEMOCTH

IlokasaTens TOYHOCTH
+38, % orH.,

IToxasarenxs MpOMEKYTOIHOM

conepari, % Srm » % o, 1 Goee Hpeanzigfizcggnigm), mpu P = 0,95, me 6osee

Nb 40,0 - 80,0 1 2 3
B 1,0-5,0 1 2 4
Ge 1,0-5,0 1 2 4
Sn 1,0-2,5 1 2 3
Zr 1,0-5,0 1 2 4
Fe 0,01-0,5 2 4 10

0,5-10,0 1 2 4
Ni 0,01-0,5 2 3 9

0,5-5,0 1 2 4

Ta6auma 5. ArrecroBanubie comepskanus sneMeHToB B CO u BBeIeHHbBIE COIEp:KaHusd JIeMEHTOB (a), pesyabTaThl aHaIn3a

pacrBopos meromom AIC UCII 6) (n = 3; P = 0,95;¢ = 4,3)

Table 5. Certified values of CRM (a) and results of element determination in the solutions using ICP AES method (b) (n = 3;

P =0.95;¢t=4.3)

co Nb Zr Sn Fe B Ge Ni
®Peppornodbuii  a 48,47 141 — H/a 1,00%* 5,00% 0,010%*
CO Ne 162 6 4951 = 1,04 1,37+ 0,09 — — 1,04+ 0,06 5,10 0,23 0,013 + 0,004
BT5-1TCO  a 40,0 — 2,50 0,109 — — —
2730-83 6 40,65 £ 0,88 2,47 £ 0,09 0,112 = 0,004 — — —
BT20 I'CO a 80,0 3,28 — 0,40 5,00 1,00 0,100*
2194-81 6 81,22+134 319=0,11 0,42 £0,02 521+025 099 =005 0,105 0,007

* Comep:xaHusa BBEIEHHBIX SJIEMEHTOB.

apxXUBHBIE CTAHAAPTHBIE 00pPa3Ibl (PEePPOHHOOUS
CO Ne 162 (aTTecroBaHbl Y paTbCKUM HAYYHO-HCCIIE-
OBATEIbCKUM HWHCTHUTYTOM YEPHBIX METAJJIOB), a
Takke TuTaHOBBIX criaBoB BT5-1 I'CO 2730-83 u
BT20 I'CO 2194-81 (arrecroBansl Beepoccuiickum
uHCTUTyTOM Jerkux ciiasos (BUJIC)). Kpome Toro,
IJIST TIPOBEPKH TTPABUIHLHOCTU PaspaboTaHHON MeTo-
nukn npu onpenenennu Nb, B, Ge, Ni ucmonbsora-
au Te xe camble CO u MeTo[ «BBeZEHO — HANIEHO».
ITosyuenubie faHHbIe IPU OIIPEIEICHUN SJIEMEHTOB
¢ momotsio Mmetoga AJDC UCII B pacTBopax mpob u
3HavyeHusa cojepskanuii anemenTos B 'CO mpexcras-
JeHbI B Ta61. 5 (KOHIIEHTpAIIUNY BBEJIEHHBIX SI€MEH-
TOB OTMEUEHBI 3Be3/I0uK0i). Mexay pesynbTaramu
ASC UCII, arrecToBaHHLIMY 3HAYEHUAMHU COJIEPIKA-
Huit smemenToB B CO ¥ 3HAYEHUAMH MaCCOBBIX JI0-
Jell BBeIEHHBIX 3JIEMEHTOB OTCYTCTBYIOT 3HAUHMBIE
Ppacxox/IeHUs.

3axJIroueHue

Takum oOpasom, paspaboTaHa MeTOIUKA KOJIHU-
YeCTBEHHOTO 3jemMeHTHOro aHanusza KM Ha ocHOBe
cucrembr Nb — Si meromom AIC UCII ¢ npexnsapu-
TebHBIM MUKPOBOJIHOBLIM PA3JIOKEHHEM JIJIS OIpe-

IeneHuss MOIU(HUITUPYIOIIUX 100aBOK, IIpUMecei u
HHOOWS. JKCIIEPUMEHTAILHO BhIOPAHBI AHATUTHIE-
cxue nuuuH 14 onpenenenns Nb, B, Ge, Sn, Zr, Fe,
Ni. IIpoBenena olieHKa METPOJOTHIECKUX XapakKTe-
PHUCTHK METOIWKH: IIOKA3aTeIb MOBTOPAEMOCTH He
mpeBbimaer 2 % OTH., a TMoKa3aTelb ITPOMEKYTOd-
HOM TpenusnoHHOCTH — 4 % OTH., I0Ka3aTerb TOY-
HOCTH He TmpeBbimaer 4 % OTH. JJId COAEeP:KaHUI
amemenToB 6osbie 0,5 % u 10 % oTH. — mis comep-
swauua Fe u Ni menee 0,5 %. [IpuBenennnie qanHbie
HCIIONIb30BaHbl mpu paspaborke MU 1.2.049-2013
«MeToguKka W3MepeHH MAaCCOBOM IOJNH JIETHPY-
IOIIMX 3JIEMEHTOB B BBICOKOTEMIIEPATYPHOM ecTe-

CTBEHHO-KOMIIOSUITUOHHOM MaTepuasie Ha OCHOBe
Nb - Si».

duHaHCUpOBaHUE

Pa6ora nposenena mpu peanusanuy HAIpasiie-
Husa 2.1 «PyHIaMeHTaIbHO-OPUeHTHPOBAHHbBIE HC-
crenoBanus» («Crpareruueckre HampaBIeHHUS pPas-
BUTHS MATE€PHAJIOB M TEXHOJOTHH UX IepepaboTKH
Ha mepuon 10 2030 roga») [15].
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HNCCJIEJOBAHUE ITOJINJIARTU/ITHBIX MATPRNKRCOB
METOJIOM PEHTTEHOBCKOY MUKPOTOMOTPA®HHN
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TpexMepHbIe MATPUKCHI U3 GHOIErPagIUpPyeMbIX IIOJIMMEPOB — IEPCIIEKTUBHBIA MATEPHAI I
PpelieHus 3a1a4 pereHePaTUBHOM MeUITUHEL. VX IITUPOKO MPUMEHSOT IIPH BOCCTAHOBIEHUH 11e-
JIOCTHOCTH W (DYHKITUA TKAHEH M OPTaHOB C TIOMOII[LI0 GHOMCKYCCTBEHHBIX TKAHEMH/KEHEPHBIX
KoHCTpyEKnui. 1lens paGoThl — HCCIeIOBAHNE CTPYKTYPhI IIOPUCTHIX 6MOPE30pOUPYEMbIX OJIH-
MEpHBIX MATPHUKCOB /I TKAHEBOU WH/KEHEPHU METOIOM PEHTTEHOBCKOH MHKPOTOMOTPAdUM.
O6pasibl MoJIyJasin METOIOM CBEPXKPUTHIECKOHN (urronano miactuduranuu D,L-nomumakru-
[la ¥ ero IOC/IeAyIOIIero BCIeHUBAHUA B IWINHIAPHYECKuX mpecc-hopmax. Tomorpadus maer
BO3MOJKHOCTB CO3/IaTh TPEXMEPHYIO MOJIENIb O0BEKTAa, OIEHUTh He TOJIHKO HHTErPAIBHYIO IOPHC-
TOCTh MATPHKCA (KaK TO IeIAI0T TPATUIIMOHHBIE COPOITHOHHBIE METO/bI), HO U PaCIIpeie/ieHre
[I0p II0 pasMepaM M MPOCTPAHCTBY. OTO MO3BOJAET ONTUMUA3UPOBATE IIAPaMEeTPhI TEXHOIOTHYe-
CKHUX IIPOIIECCOB U3TOTOBIEHUS IOIMIAKTHIHBIX MATPHUKCOB TPEOYyeMOi I TeX WK UHBIX OHo-
MEeIUITUHCKUX IIPUMeHEeHNH apXUTEeKTOHUKHU U IIPOTHO3UPOBATH XOJ IIPOTEKAHUs IIPOIECCOB UX
Orope3opOIuu B (hepMeHTAaTUBHBIX cpenax. VceiaenoBanus MPOBOIUIIM C UCIIOIb30BAHUEM J1a00-
paTopHOro MuKpoToMorpada (MaTepuan aHoxa — MoJIHOEeH, BpeMsa CKaHUPOBAHUA 00pasia —
120 muH, pasmep mukcensa aerexropa — 9 mrm). TomorpadgpuyecKkyro peKOHCTPYKITHIO BBITTOJIHS-
su anreGpandeckuM MeTonoM. Heobxomumyto 11 pacueTa CTPYKTYyPHBIX XapaKTePUCTHE UCCIIe-
IyeMbIX MATPHUKCOB IPOIeAyPy OMHAPHU3ALNN PEAlIU30BbIBAINA METOIOM, BEIIOUAOIIUM BHIOOD
mmobanbHoro mopora. [IpoBeeHHbIe pacyeThl HOPUCTOCTH U OJHOPOIHOCTH €€ PACIIPEIeTICHUS B
o0beMe momuMepa MW OIeHKA yAEeIbHOU IIOIIAAH MMOBEPXHOCTH IOP IMTOKA3AIM HU30TPOIHOCTH
MIPOCTPAHCTBEHHOM CTPYKTYPhI HOMAIAKTHIHBIX MATPUKCOB.

KaioueBble ciioBa: monnMepHbIe MOPHUCTHIE MATPHKCHI, PEHTIEHOBCKAs MHUKPOTOMOrpadus;
OMHApPU3AIU PEe3yIbTaTOB TOMOTPA(IH; IIOPHUCTOCTb.

STUDY OF POLYLACTIDE MATRICES USING X-RAY MICROTOMOGRAPHY
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Three-dimensional matrices of biodegradable polymers are promising materials for regenerative medi-
cine. They are widely used in restoring the integrity and functions of tissues and organs using bio-artificial
tissue engineering structures. We present the results of studying the structure of porous bioresorbable
polymer matrices for tissue engineering using X-ray microtomography. Samples were obtained by super-
critical fluid plasticization of D,L-polylactide with subsequent foaming in cylindrical molds. The tomo-
graphic method makes it possible to construct a three-dimensional voxel model of the object under study
and gain apart from the estimate on the integral matrix porosity (characteristic data obtained by tradi-
tional sorption procedures) additional information about the size and spatial distribution of pores thus
providing a possibility of optimization of the process parameters for production of polylactide matrices re-
quired for specific biomedical applications of architectonics, as well as forecasting the processes of their
bioresorption in enzymatic media. The experiments were carried out on a laboratory microtomograph (Mo
anode, the scan time of the sample is 120 min, the detector pixel size is 9 pm). Tomographic reconstruc-
tion was performed by algebraic method. The binarization procedure required for calculation of the struc-
tural characteristics of studied matrices was implemented by the method with the choice of a global
threshold. Calculations of the porosity and homogeneity of the porosity distribution in the bulk, as well as
estimation of the specific surface area of pores revealed the isotropy of the spatial structure of polylactide
matrices.

Keywords: polymer porous matrices; X-ray microtomography; binarization of the tomography results;

porosity.

Beenenue

Ceronusi 6uopesopbupyemMbie (IIOCTEIIEHHO pac-
TBOPSAMIOIIHAECS B OpraHU3Me) IIOJUMepPhl AKTHBHO
WCIIOB3YIOT B TEXHOJIOTHAX COBPEMEHHOU pereHe-
paruBHON MeauiuHbl. C MX IIOMOIIBIO PEIIalT 3a-
Jlauy BOCCTAHOBJIEHUSA yTPAueHHbBIX TKAHEH HUIN Op-
raHOB IIyTEM CO3[aHUS UCKYCCTBEHHBIX WU THUOPU]I-
HBIX TKaHeuH:KeHepHbIx KoHcTpyKiui (TUK).

ITopucreie momuMepHbIe CTPYKTYpbl — Ouome-
rpagupyeMbie TpexMepHble MATPUKCHI — KIII0YEBOMH
9JIEMEHT I TpaHcIuianTanuu kiaetok. Ouu obecme-
YUBAIOT WX KU3HEIEATEIBHOCTD B ITepro hOpMHUPO-
BaHWsA HOBOM TKaHW TpebOyemoro tuma [1 — 3]. Ilpu
CO3AHUN TAKHUX IOJMMEPHBIX MATPUKCOB HEOOXO-
IUMO TOOUTHCA HATUYHUA Y HUX OIpPeNeeHHbIX OHOo-
JIOTUYECKUX U (DUBUKO-XUMHUUIECKUX XapPaKTEePUCTHUK:
HU3KOH ITUTOTOKCHYHOCTH, BBICOKUX OMOCOBMECTH-
MOCTH W MEXaHWYIECKOU MPOYHOCTH, a TaK:Ke OITH-
MalbHOU CKopocTu Owoperpamanuu (uau Guope-
30p01TMH) ¢ 00pa3oBaHWeM HEeTOKCHYHBIX KOMIIOHEH-
ToB. KpomMe TOro, NMpUHIUIIHAIBLHO BAYKHO, YTOOBI
marpukcsl aiaa TUK umenn cucremy B3anMocBs3aH-
HBIX TOpP, 00ecrIeYnBaIIyi0 OecnpensiTCTBeHHOe
IIpopacTaHue JKUBBIX KIETOK BIIyOb MaTPHKCA, HOC-
TaBKy K HUM HEO0XOJUMBIX THUTATEIbHBIX BEIIEeCTB
¥ CBOOOAHOE yIajieHHe MPOAYKTOB WX IKU3HEIed-
TenpHOCTH [4, 5].

[lens paboThl — wcciemOBaHNe CTPYKTYPHI IIO-
PHCTOTO TOTUIAKTHAHOTO MATPUKCA METOAOM PEHT-
reHoBCKoi Mukporomorpadguu (PMT) nns onrumu-
3allM¥M TEXHOJOTHYECKHUX IIPOIECCOB M3TOTOBIIEHUS
O6rope30pOUpPyeMbIX MATPUKCOB TPeOyeMoii I KOH-

KPETHBIX OMOMEIMITHMHCKUX MMPUMEHEHUH apXUTEeK-
TOHWKH W IIPOTHO3a IIPOIECCOB UX OMOPEe30pOIuu B
JKUBOM OpPraHu3Me.

Marepuauabl, 060pyIOBAaHHE, METOAbI

Jna usroroBienus 6uOpe30pOHPYEMbIX OPHC-
THIX TOJTUMEPHBIX MATPUKCOB wucmoiab3oBamu D,L-
nounaktug mapku Purasorb PDL05 (PURAC Bio-
chem bv, Hunepnaauger). @PopmupoBanue 1mop ocy-
II[ECTBJIANHN C IPUMEHEHNEM CBEPXKPUTHIECKOTO JTH-
oxcuza yriepozga ck-COy, crrocobHOro miacTuguiim-
poBaTh amMop(HbIE W YACTHYHO KPHUCTAJINYECKHE
moIMMepsbI 3a cyeT 3 eKTa CHUKEHUA UX TeMIepa-
TypbI creknoBanus 1, [6]. [Tonmumep cuauana sarpy-
JKAJIU B CIIEIIHATIBHYIO IIpecc-opMy ¢ HEOOXOIUMBbI-
MM TEOMETPHYECKMMHM IapaMeTpaMu W ILIacTudu-
nupoBanu nox aeticrsueM ck-CO, mpu TemnepaType
T = 35°C u maBneunu P = 10,0 MIla. Sarem mua-
CTU(PUIIMPOBAHHAA IIOJUMEpPHAsS Macca BCIEHHBa-
jJach B TIpollecce KOHTPOJIHUPyeMoro cbpoca masire-
HUA JTUOKCHAA YIJIEpoja [0 aTtMocepHOro 3Hade-
HHA. ITO IPUBOIUIO K (DOPMUPOBAHHUIO B HEH pas-
BETBJIEHHOH IIOPHUCTON CTPYKTYPHI [7, 8].

[TapameTrpbl 06pasyIOIEHCs TOPUCTOCTH MOKHO
MEHATb, BAPBUPYS PEKUMBI CBEPXKPUTHIECKOH
daougunoit (CK®) mnacruduranuu noauvepa u
nasinenrie CO, [9]. Ha puc. 1 nmpencrasiensr obpa-
3eI1 UCCIIEYEeMOT0 ITOPUCTOTO TIOIMIAKTHIHOTO MaT-
pHKCa U er0 BHYTPEHHAA CTPYKTYpa, IMOJyIeHHAsT C
IIOMOIIBI0 CKAaHUPYIOIIeH S3JIeKTPOHHONM MHUKPOCKO-
muu (COM).
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HccnemoBanusa IPOBOAWIAU C KCIOJIb30BAHUEM yenusa — 17,5 k9B, MoHOXpoOMaTOp — KpHCTAJLI IIHU-
nmaboparopHuoro mukporomorpada [9] (ucrounux wus- porpaduTa, pacCTOSHUs MOHOXPOMATOP — obpaser]
JIydeHus ¢ TPyoOkou ¢ MoaubmernoBbiM amomom GE u obpaser; — gerexrop — 1,2 u 0,03 m) (puc. 2). B
ISOVOLT 3003, ycropsroliiee HampsKeHne — KaskmoM skcrepuMente usmepsin 400 mpoexmuil B
40 kB, Tox — 20 MA, sHeprus 30HIUPYIOIIETO U3IIY- yraoBom puanasoue 200° ¢ marom 0,5°. Pasmep nuk-

Puc. 1. Iopucrerit marpurc u3 PDLO05 (a) u ero crpykrypa, noiaydessas ¢ momoinbio COM (6)

Fig. 1. Porous PDL05 matrix (a) and matrix structure obtained on a scanning electron microscope (b)

Puc. 2. Penrrenosckuii Mmukporomorpad (a) u ero nmpuHIunuaibuas 0ok-cxema (6): I — peHTreHoBCKas TpybKa; 2 — Kpuc-
TaJI-MOHOXPOMATOP; 3 — BaKyyMHBIN 00beM; 4 — (hOpBAKyyMHBIA HACOC; 5 — KOOPAWHATHBIA CTOJI C TOHHOMETPHYECKUM
yCTPOMCTBOM [IjIs1 BpalleHusa obpasma; 6 — perarrenosckuil gerekrop XIMEA xiRAY11; 7 — 6uosamura

Fig. 2. X-ray microtomograph (a) and block diagram (b): 1 — X-ray tube; 2 — crystal-monochromator; 3 — vacuum volume;
4 — forepump; 5 — coordinate table with a goniometer device for sample rotation; 6 — X-ray detector XIMEA xiRAY11; 7 —
biological protection
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Puc. 3. Ceuyenns nmonmmmepa mociie TomorpaduecKoil peKOHCTPYKIuu (@), rio0aIbHOHN ITOPOroBol 6uHapusanuu (6), BIIOIHE-
HHSA MOPMOTIOTUIECKOH onepaIuu «3akpbitue» (closing) (8) u rucrorpaMmma JTHHEHHOTO K03 dUIHEHTA IOTJIOIIEHHUs, IT0OCTPOEH-
Has 10 BOCCTAHOBIEHHOMY H300pasKeHuIo (2)

Fig. 3. Polymer cross sections after tomographic reconstruction (a), global threshold binarization (b), morphological opera-
tion «closing» (¢) and histogram of the linear absorption coefficient based on the reconstructed image (d)
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cena fieTekTopa cocTaBiasaa 9 X 9 MrM, obIee Bpems
ckauupoBauusi — 120 mun. Tomorpaduueckyro pe-
KOHCTPYKIIWI0O ¥ pacdeT MaKpPOMOJIEKYIIPHBIX Xa-
PAaKTEPHUCTUK OCYIIECTBIIAIN C IIOMOIIIBIO CIIeITHahb-
HOTO IIporpaMMHoOro obecmeuenus [10, 11].

O6cy:xneHue pe3yabTaToOB

MaxkpoMoseKyIsipHble  MTapaMeTphbl  HoJIuMepa
PACCYUTHIBATIN C HUCIOIb30BAHUEM MPOIEAYPHI TII0-
6aIbHOM ITOPOTOBOM GMHAPU3AIUY BOCCTAHOBIEHHO-
ro nsoOpasenus. Bennuuny mopora ompemessiy mo
pesyabTaTaM aHaIu3a THECTOTPAMMBI, TOCTPOEHHOM
10 JUHEHHBIM Ko3(QHUIlmeHTaM MOTJIONIeHUA BOC-
CTAHOBJIEHHOTO U300pakeHus (B HAIIEM CIIyJae THC-
Torpamma 6buTa 6UMOIATBHON C YETKUM paseeHu-
€M MAaKCHMyMOB, OTHOCAIIUXCSA K (DOHY HA m3006pa-
sKeHuH U 00berTy). OTMeruM, 4To ylIumpeHue Mak-
cuMyMOB (boHA ¥ 00BEKTa Ha THCTOTPaMMe CBA3aHO
CO CTATHUCTHYECKUM pasbpocoM IIapaMeTpoB SKCIIe-
PUMEHTATBHBIX U3MEPeHU# ¥ (QPIyKTyarusaMu Iu-
HEHHOT0 K03 (HI[MEeHTA IIOTIOIIEHHUS.

Ha pwuc. 3 mpencraBieHbl cedyeHHUsi MOIMMepa
MoCjie PEKOHCTPYKIIWH, IIpollecca OWHAPU3AIINH,
MOP(OJIOTHIECKOH OIIEPAINH «3aKPBITHE» U THUCTO-
rpamMMa JIMHEHHOTO KO3(P(PUITMEeHTa TIOTIOIEHHS.

ITopucrocTs paccyuTHIBATH CIEAYIOMINM 00-
pasom:

P =(1-V,V,) - 100 %, (1)

rae Vi, V, — obbemer o6pasia u monumepa (BbIamc-
JIANA CyMMHPOBAHHMEM BOKCeJIed OMHAPU30BAHHOIO
MaccuBa, JJid pacdera V, mpeaBapuUTeNbHO BBIIOJ-
HAJU OTIEPAITHIO «3aKPBITHE»).
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Puc. 4. Cxema pasbuenus obpasia IoguMepa Ha IO-
00beMbI (@) ¥ 3aBHUCHUMOCTD IIOPUCTOCTH IIOJIUMEPA OT TOJIH
obbeMa obpasia (6)

Fig. 4. Scheme of splitting (into sub-volumes) of the poly-
mer sample (a) and values of the polymer porosity calculated
in each of sub-volumes (b)

Jna xapaKTepucTUKN pacipefeeHus Iop BO
BHYTPEHHEM IIPOCTPAHCTBE 06pasIa pacCUUTHIBAIN
BEJIMYUHBI TTOPUCTOCTH IS HECKOJbKUX IMOR00He-
MOB pasHoro pasmepa (puc. 4). ¥ cTaHOBHIH, YTO MO~
pucToCcTh moauMepa Kojebiered B mpepenax or 61,5
1o 64,1 % B o6beMe obpasiia.

Jlna mpakTHYecKoro HCIIOIb30BAHUA IIOTIHMEPA
B pereHepaTWBHON MeIUIIHE HEeOOXOTHUMO 3HATh
pasMepsI TIOp U ILIOIIAb UX HoBepxHOCTH. Kommae-
CTBEHHYIO XapaKTEPHUCTUKY 3JIEMEHTOB IIOPUCTOU
CTPYKTYPBI 06pasiia MOIydaan ¢ IIOMOIIBI0 pacdera
THCTOTPaMMBI paclipeiefIeHU JUHEHHBIX Pa3sMepoB
TI0P M TOJIIIIMH CTEHOK ITOJTUMEPHOro MaTtpukca. Jlid
9TOTO HCIOJIb30BAIH METO][ IIOCTPOUYHOTO CKAHUPO-
BaHUA OMHAPHM30BAHHOTO MACCHBA JTAHHBIX BOCCTa-
HOBJIGHHOTO u300pa:keHus moauMepa. B Kammoi
CTPOKE 3a TOJIIIUHBI CTEHOK IPUHUMAIN [JINHbI He-
MPEPBIBHBIX OTPE3KOB Ax (COCTOSIIHE U3 DIIEMEHTOB
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Puc. 5. T'ucrorpammel pacrpesieieHui JIMHEHHBIX pa3MepoB CTEHOK mojuMmepa (@) u mop (6), pacCYuTaHHbIE BIOJb B3AaUMHO
TIepIIeHIUKYIAPHBIX oceil XYZ (COOTBETCTBEHHO KpuBbIe I — 3)

Fig. 5. Histograms of the distributions of linear dimensions of polymer walls (a) and pore sizes (b) calculated along mutually
perpendicular axes XYZ (curves 1 - 3)
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n300pakeHusi ¢ KOOpAWHaATaMH Xx;, rme i = 1,2, ...,
n), st KOTOPBIX BBITIOJIHIOCH YCIOBHE

P(x,_y) =0
P(x;_,,1)=0;
P(xi:L..n) :1’

rme P(x;) — 3HaueHue sieMeHTa OMHAPHU30BAHHOTO
n3obpaskenus (Mo:xeT mpuUHUMATh 3HaYeHus 0 wuau
1) c KoopaAMHATOI X;.

3a nuHelHbIe pasMephl 0P MPUHUMAH JIHHBI
0Tpe3KoB Ax, yIOBIETBOPAIOIINX YCIOBHIO

P(x,_y) =1
P(x; 1) =1
P(x;_, ,)=0.

Pacnpenenenna paccyuThbIBANIM — HE3aBUCHMO
BIOJIb TIPOM3BOJIBHO BHIOPAHHBIX B3aWMMHO II€PIIEH-
IUKyIapHbIX oceit XYZ. Pesynbrar pacuera mpuse-
neH Ha puc. 5. BugHo, uTto pacnpenenenus pasme-
POB IIOp M CTEHOK MOJMMepa, MOJIy4eHHBIE BIOJb
pasubIX HampasieHuil (KpuBble I —3), coBmAmaioT
apyr ¢ mppyrom B auamaszoHax 0,01 -0,9 (mma ton-
mmH creHok) u 0,01 — 25 MM (mma pasmepoB myc-
totr). HecoBnazenune kpuBbix B Auamnaszonax 0,9 — 3,5
u 2,5 -5,0 MM COOTBETCTBEHHO TIPEIKIE BCETO MO:K-
HO OOBSICHUTH TE€M, YTO JAHHBIE THUATA30HBI COIIO-
CTaBUMBI C pasMepaMy WCCIefyeMoro obpasia.
Takum o6pa3oM, IpOBeEeHHBIE PACIETHI TOKA3AIH,
YTO pacrpefielieHre JUHEHHBIX Pa3MepoB HCCIeo-
BaHHOM IIOPUCTOM CTPYKTYpPhl H30TPOIIHO II0 Ha-
MIPaBJICHUAM.

Ilockonbky BOgHBIE PACTBOPHI B3aUMOJEHCTBY-
I0T C TIOPUCTOH CTPYKTYPOH IIOJIMMeEpPa depes ee Io-
BEPXHOCTD, OIPENeJAJN 3HAYEHHE YAEeIbHOH II0-
BEPXHOCTH, OT KOTOPOH 3aBUCUT 3(P(PEKTHBHOCTDH
mpoiieccoB pesopbiuu. Benwuwny yaenbHOE mO-
BEPXHOCTY HAXOJAWJIN U3 COOTHOIIEHUST

Syn = Sy/Vs, 2)

r7ie S, — TI0IMaab MOBEPXHOCTH II0p.

Sy, PacCYMTHIBAIN HA OCHOBE JAHHBLIX BOCCTA-
HOBJIGHHOTO M300PasKeHUs ¢ IIOMOIIBI0 CTEPEOJIOr -
yeckoro moaxona [12].

IIapameTpsb! mcciemyeMoro o6pasiia B UTOTe CO-
CTaBUJIN: PA3MephI IIUINHAPHUIECKOro oOpasma (Mm)
D =57, h = 4,9; nopucrocts — 63,7 %; ynenbHas
moBepxHOCTh — 10,8 MM L,

3akJIroueHue

MeromoM pEHTTEHOBCKOH MHKPOTOMOTpaduu
rcceIenoBan obpaselr IOpUCTOro mMarpukca us D,L-
nosunakruga Mapku Purasorb PDLO05. Ha ocuose
BOCCTAHOBJIEHHOTO TPEXMEPHOTO M300paKeHus 00b-

€KTa PacCYUTaHbI IIOPUCTOCTD (KojIebiieTcs B Ipeje-
max or 61,5 mo 64,1 % B oObeMe 00pasiia) U yaeib-
Hasg mnosepxHocTh (10,8 Mm~1). Ilpemmosen meron
OLIEHKH IMPOCTPAHCTBEHHOIO PACIIPEIeNIeHUs [Op B
obbeme mmoaumepa. Ha ocHoBe pacueTroB xapakrepu-
CTHUK TIOPHUCTOM CTPYKTYPBI, IIPOBEJEHHBIX BIO0Jb
Tpex B3aMMHO IIepIeHIUKYJIAPHbIX Ocel, yCTaHOB-
JIEHO, YTO pacIpejieieHre Iop II0 pasMepaM H30-
TPOIHO 110 HampapieHusM. [lomydyeHHbIe pesyabra-
ThI MOTYT 6BIT]: HCIIOJIBb30BAHBI IJII aHAJINW3A TUCTO-
rpaMM SPKOCTeH u paspaboTKU crocoba [IJid aHaIH-
3a HecOAIAHCHPOBAHHBIX KJIACCOB mosuMepos [13].

dunancupoBaHHE

Pa6ora sBemonnena mnpu moxpmep:xke Munu-
CTepcTBa HAYKU W BBICIIEr0 00pa3oBaHUsA B PaMKax
BBIIIOJIHEHHUS PA00T II0 TOCYIapCTBEHHOMY 3aja-
auio OHUIl «Kpucrannorpadus wu doronurar
PAH (B uactu «IIpoBemeHUs SKCIEPUMEHTOB») U
Poccutickoro douma dpyHmaMeHTATbHBIX UCCIE0BA-
HUM (B YACTH PEKOHCTPYKITUU PEHTTEHOBCKUX MUK-
poToMorpauuecKkux u300pajKeHU W WX aHaIu3a,
rpoert Ne 18-29-26019, u B wactu CK® opmupo-
BaHUA OMOPE30POUPYEMBIX IOPUCTHIX MATPHUKCOB,
mpoekT Ne 16-29-07356).
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ITopoiikoBbie MaTepUaIbI IITHPOKO IIPHUMEHAIOTCA IIPH U3TOTOBIEHHUH 3JIEKTPOXUMUIECKUX dJIe-
MEHTOB TEIUIOBBIX XUMUYECKUX UCTOYHUKOB TOKA. JJIIEKTPOXUMIYECKHE CBOMCTBA IIOPOIIKOB 3a-
BHCAT OT (DOPMBI U pa3MepoB X uacTuil. IIpefcraBieHpl pesynbTaThl UCCIEMOBAHUA MUKPO-
CTPYKTYPbI U yactull nopokos okcuaos Bananus (III), (V) u anomunara nutus MeTogamu mpo-
CBEYMBAIOIIEH SJIEKTPOHHON M aTOMHO-CHJIOBOM MHWKPOCKOITHH, PEHTIeHOAN(PPAKIIMOHHOTO W
ra30a/iCOPOIMOHHOTO aHATIM30B. ¥ CTAHOBJIEHO, YTO [AANIA30HbI PACIIPeIeIeHNs JACTHUI] 110 Pas-
Mepam cocTaBigioT, HM: 70 — 600 — mys oxcuma Banagusa (I11) u 40 — 350 — my1a oxcuma BaHATUA
(V). Pasmep obiacreii KOTEPEHTHOTO pACCeSHUA HAXOMWUTCS HA HIMKHEH T'PAHUIE AHAIA30HOB.
9TO MOXKHO OOBACHHUTH TEM, YTO YACTHIIHI IIOPOIIKOB COCTOAT U3 00jiee MEIKHUX CTPYKTYPHBIX
amemMeHTOB (KpucrauiuToB). CpenHuil 00beMHO-II0OBEPXHOCTHBIA AUAMETD, PACCIYUTAHHBIN II0
BEJIMYMHE YIeIBHOM ILIOIIAU IOBEPXHOCTH, HAIIPOTHB, OJM30K K BEPXHEH IpaHuIle, uTo, BEpO-
SITHO, CBSI3@HO C YACTUYHOM arjioMepariuei 4acTull, & TAK/Ke UX CIIEKaHHeM B IIPOIecce CHHTE3A.
B omimume ot OKCHI0B BaHAAWA IS ANMIOMHHATA JUTHS AUANA30H PACIIPENeSIeHI YACTHUI] 110
pasmepam 6osee yskuit — 50 — 110 am. IIpu sTOM pasmep KpPHCTAUIMTOB U CPENHUN 00BEM-
HO-IIOBEPXHOCTHBIH JHaMeTp OIM3KHA K MAKCHMYMY PacIipeeIeHus YaCTHIl 1o pasmepam. Muk-
POCTPYKTYPHBIN aHAINU3 TOKA3AJ, YTO YACTHUIIBI B 00pa3Iax OKCHUIOB BaHAUSI UMEIOT OKPYTILYI0
(V503) unu ynnuraennyio (Vo05) opMy, B IIOpoIIKe anioMUHATA JIUTHAA — IUIACTHHYATYI0. Yac-
THIIBI 00PA3YIOT MOJIUKPUCTAIIINYIECKIE arioMepaThl. BMecre ¢ TeM 11 pasHbIX TAPTUH OIHOTO
¥ TOTO e MaTepuaa rpaHyIOMEeTPUIECKHI COCTAB CXOEH, YTO TOBOPUT O BOCIIPOU3BOLUMOCTH
TEXHOJIOTUI HUX HU3TOTOBJICHUI. HOJIyLIeHHbIe JAaHHbIe MOXHO HCIIOJIb30BaTh /I KOHTPOJIA IIO-
CTOSIHCTBA TPAHYJIOMETPHUIECKOr0 COCTABA IIOPOIIKOBBIX MATEPHAIIOB.

KiroueBblie CIoBa: IMOPOIIKOBbIE MATEPUAJILI; pa3Mep YACTHUIl; IPOCBEUMBAIOIIAS DIIEKTPOH-
Has MHUKPOCKOIIHS; ATOMHO-CHJIOBAS MHKPOCKOIIHS, PEHTIeHOAU(PPAKIIMOHHBIA AHAIN3; Ta30-
agcopbimonubii Merox; okcuy Banaqusa (I11), oxcun Banamgus (V), amoMuHAT TATHS.

STUDY OF THE MICROSTRUCTURE AND PARTICLES OF VANADIUM (III) OXIDE,
VANADIUM (V) OXIDE AND LITHIUM ALUMINATE POWDERS
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Powder materials are widely used in the manufacture of electrochemical elements of thermal chemical
sources of current. Electrochemical behavior of the powders depends on the shape and size of their parti-
cles. The results of the study of the microstructure and particles of the powders of vanadium (III), (V) ox-
ides and lithium aluminate obtained by transmission electron and atomic force microscopy, X-ray diffrac-
tion and gas adsorption analyses are presented. It is found that the sizes of vanadium (III) and vanadium
(V) oxide particles range within 70 — 600 and 40 — 350 nm, respectively. The size of the coherent-scattering
regions of the vanadium oxide particles lies in the lower range limit which can be attributed to small size
of the structural elements (crystallites). An average volumetric-surface diameter calculated on the basis of
the surface specific area is close to the upper range limit which can be explained by the partial agglomera-
tion of the powder particles. Unlike the vanadium oxide particles, the range of the particle size distribu-
tion of the lithium aluminate powder is narrower — 50 — 110 nm. The values of crystallite sizes are close
to the maximum of the particle size distribution. Microstructural analysis showed that the particles in the
samples of vanadium oxides have a rounded (V,05) or elongated (V,05) shape; whereas the particles of
lithium aluminate powder exhibit lamellar structure. At the same time, for different batches of the same
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material, the particle size distribution is similar, which indicates the reproducibility of the technologies for
their manufacture. The data obtained can be used to control the constancy of the particle size distribution

of powder materials.

Keywords: powder materials; particle size; transmission electron microscopy; atomic-force microscopy;
X-ray diffraction analysis; gas-adsorption method; vanadium (III) oxide; vanadium (V) oxide; lithium alu-

minate.

BBenenue

IToporikoBble MaTEPUABI MUPOKO MTPUMEHIIOT
B XuMH4YecKux mncrounnkax toka (XUT), manpumep,
IIJIST W3TOTOBJIEHUS DIIEKTPOIOB WJIM B KAYECTBE 3a-
rycTuress snexrpoauta. [Ipu sTom anekTpoxumMude-
CKMe CBOMCTBA IOPOIIKOB 3aBUCAT OT (POPMBI U pas-
Mepa ux yactuit [1 — 7].

Jna onpeneneHus pa3sMepoB YACTHUI] UCIIONb3Y-
IOT CUTOBOW U CEIWMEHTAITMOHHBIA aHATU3bI, MUK-
POCKOITHIO, METO/bI, OCHOBAHHbBIE HA B3aMMOJEHCT-
BHUH YACTHUI[ C PA3TUIHLIMU BHIAMHU H3IYyYEeHUH, U
1p. [8 — 16]. B mocieauee BpeMst GOJIBIILYTO IIOITYJISP-
HOCTh HPHUOOPETH METObI Ja3epPHOH Mu(PaKIuu U
paccesiaus nasepuoro ayda. OHM TPUMEHAIOTCS IS
aHaIu3a pasMepa YaCTHUI[ MHKPOHHOTO YPOBH:I, HO
MaJI0 TPUTOAHBI IS OIpeAeIeHUs pasMepoB OT-
INEeTBHBIX YaCTHI[, MOCKOJBKY HAI0T HH(OPMAIIWIO
cKopee 0 pasmepe araomeparos [17].

IIpoceeunBamias 3IeKTPOHHAS MHKPOCKOIIHS
(ITOM) mosBosisieT OIpenenaTh He TOJIHKO TeOMEeTPH-
YecKre pasMephl YaCTHIL, HO ¥ 0COGEHHOCTH UX (DOp-
MBI, CTPYKTYPHI H CTPOeHHUs moBepxHocTH. Hemocra-
TOK MeTOla — €ro 4Ypes3BhblYalHAad TPYIO0EMKOCTh
(crmoxxHas MPOOOIOATOTOBKA, HEOOXOAUMOCTh 6OJIb-
mroro Komudectsa [1OM-usobpaskeHuit aid momyde-
HUA HAJEKHBIX PEe3yNbTATOB IO TPaHyJIOMeTpude-
ckomy cocraBy). CiyuailiHble W CHCTEMATHYECKHE
MTOTPEIITHOCTH, CBA3AHHBIE C HEMPEICTABUTEIbHO-
CTBHIO BBIOOPKM, HEIOCTATOYHOCTHIO CTATHCTHYECKUX
MAHHBIX 110 pasMepy YacTHI], HeIPABUIbHOH WUeH-
TH(UKAITIEH pasMepa YacTHIl, IPUBOAAT K Pa3JInd-
HBIM pe3yJbTaTaM MPW aHAJIU3e OIHOTO W TOTO Ke
Marepuana. Kpome Toro, eciin pacCYuThIBATH MaCCO-
BOE pacmpejiesieHne, TO OTKJIOHEHUS B Pe3yIbTarax
eme 6osiee Bospacramor [9, 10].

HccnemoBanrie BBICOKOTUCIIEPCHBIX YACTHI] Me-
TOZOM aTOMHO-CHIOBO¥M MuKpockomuu (ACM) maer
BO3MOKHOCTH OIIPENeNATh pasMepbl U (popMmy mep-
BUYHBIX YACTHUI[ W AarjiioMepaToB, a TaKKe TOIIO-
rpaduyeckne ocobeHHOCTH WX roBepxHocTH. ACM
HCITONB3YIOT JIJIS aHATW3a HEIPOBOAIINX 00PasIoB,
C ee TOMOIIbI0 MOKHO TIPOBOJUTH HCCIEAOBAHUSA B
BaKyyMe, B BO3IYIIHON armocdepe u aaKe B JKUI-
Koit cpefie [12]. OcHoBHAA CIOKHOCTD — B IPOIECCE
MTONTyYeHMs W300pakeHus B pesyabTaTe B3auMoIen-
CTBHS C 30HIOM MPUOOPA YACTHIILI IEPEBUTAIOTCA.
ITosToMy 17151 KasKIOT0 KOHKPETHOro o6pasia Tpedy-
ercsi paspaboTKAa METOJUKU ero IOATOTOBKH IS
ACM-uccnenopanusa. HeobxoguMo Tak:Ke y4HTHI-

BaThb, 9YTO IIPHU HM3MEPEHUU pasMepoOB HaCTUI] HAHO-
auariasoHa BO3HHEKAET IIOTPEIIHOCTH, BbI3BaHHAI
BIIMAHUEM ITUPUHBI 30HOA.

Cpenu KOCBEHHBIX METOJIOB OITPEIeNIeHUs pas-
Mepa dacTui] Haubojiee YacTO MPUMEHSIOT PEeHT-
remonudpakiuonubiii ananus (PIA) [14]. Ilopor-
KOBYIO TU(PPAKTOrPaAMMYy PETHCTPUPYIOT C JOCTATOY-
HO GOJIBIIIOT0 KOJWYECTBA KPHUCTAJIINTOB, MOITOMY
uH(popMarua 06 o6pasie HOCUT UHTErPATLHbBIH Xa-
pakrep. Pasmep KpucTaminToB O1leHUBAIOT HA OCHO-
BaHWUM aHaNHN3a MIUPUHBI U (POPMBI IPODHUIEH Tu-
dparnmonubx auHMH [13].

B xauecTBe m0CTATOYHO MPOCTOTO METOA OIIpe-
IeJeHus pasMepa 4YacTHI] IIPUMEHSIOT U3MepeHHe
YAEMIbHOU IUIOMIATN TOBEPXHOCTH YACTHUI] METOIOM
HHUBKOTEMIIepaTypHOI agcopbiuu rasa [18, 19].

Meroznl ompeneneHus pPasMepoB YACTHUI[ OCHO-
BAHbI HA U3SMEPEHHNHN Te€X WKW HUHBIX XapaKTePUCTUR
qacTHUIlbl (IraMeTpa, ILIOIAAN [IOBEPXHOCTH U Ip.),
II03TOMY KOHEYHbIe pe3yJIbTaThbl MOTYT pasiudaThb-
ca. Taxk, Ipy MCIIONB30BAHUH SJIEKTPOHHONM MHUKPO-
CKOTIHH /ISl TIOJIyYeHUsA CPEIHEro AMaMeTpa CyMMy
pasMepoB YaCTHII AeIAT Ha uxX KonmdecTBo. OmHako
cucreMa 06paboTKM M300paKEHUI IT03BOJISIET OIpe-
JeIATh IUIOMAAb KaMI0N JacTHIlbl. B aToM ciydae
CpenHui TuaMeTp BBIUHUCIAIOT KaK TuaMeTp Kpyra,
IJIONIAAbh KOTOPOTO COOTBETCTBYET ILIOIIAAA H30-
OpaskeHus IPOEKIIMH 4JacTHIlbl. MeTogaMu peHTre-
HOBCKOM IU(PAKIIUU OMPeNeaoT yCpeaHeHHbIe 10
00beMy HWJIH IOBEPXHOCTH pPasMepbl 00JIacTH Kore-
peutHoro paccesuus (OKP), koropsie MmoryT He coB-
majaTh ¢ pasMepoM dacturl B mopoiinke. C momorpio
rasoazcopOIIMOHHOI0 METO/a CPEeIHUNU 00BEMHO-IIO-
BEPXHOCTHBIN IHaMeTp HaXOoAAT II0 IUIOMIaNH IIO-
BEPXHOCTH 4YacCTHIl, I1ojarasd, 4TO 4YaCTHUI[bl HMEIOT
MIPaBUJIBHYIO T€OMETPHUUIECKYI0 (hOpMYy.

IIpu opowusBojacTBe BremMeHTOB TemioBbix XUT
Heo0X0auMO, YTOOBI UX DIEKTPOXUMUYECKHE XapaK-
TEPUCTHUKHU CTPOTo BocrpousBoaminch. OmHAKO Ipu
W3TOTOBJIEHUHN 3JIEMEHTOB M3 OIHOTO M TOTO JKE II0-
POIIIKOBOTO MaTepuaja pasHbIX MIPOU3BOIUTENEH 3a-
YaCTYI0 XapaKTEPUCTUKU PA3IUIAIOTCs, YTO CBA3aHO
C HCIOJb30BAHHWEM IIOPOIIKOB C CYyIIECTBEHHO OT-
JUYHBIMHU pasMepamu yactuit [20].

Ileas paboTsl — wmccIenoBaHre MUKPOCTPYKTY-
pBl U OmpefieieHre PasMepOB YACTHUI[ B MOPOIIKAX
okcumos Banangua (II1), (V) u amromunara autus me-
rogamu IIOM, PIIA, ACM u rasoamcopOIiiOHHBIM
METOIOM.
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MarepuaJuabl, METOIBI, 060PyTOBaHIE

HccnemoBamu mopomkur  Vo05 (TY  6-09-02-
295-88), V4,04 (mmosyuasau BOCCTAHOBIEHHEM OKCHIA
Banagwus (V) B cpene Bomopona) u LiAlO, (rmoryyamu
M3 TUAPOKCHUIOB JIUTHS U AJIIOMUHUSI METOIOM BBICO-
KOTeMIIepaTypHoro TBepaodasHoro cuHTtesa). Hc-
norb3oBanu audparromerp «IPOH-7» (CuKa-us-
aydenne, cwia Toka — 30 MA, HampsKeHme —
30 kB, guamnason yrios 20 — 10 — 164°, mar cka-
uupoBauus — 0,02°, sxcmosurua B Touke — 10 c).
Ilonyuennnie mudparrorpamMMbl 06pabaThHIBAIN C
TIOMOIIIBI0 IIPOTPAMMBbI MOJIHOIPO(QUIHLHOTO aHa-
nusa Jana 2006 [13]. MuCTpyMeHTaIbHOE yIIHpE-
HHE PACCUUTHIBAIMA METOI0M (QyHIaMEHTAIbHBIX
rmapaMerpoB, OCHOBAHHBIM Ha OIpeIeIeHUH BKIaaa
B VIIUPEHHE KaKIOT0 OITHYECKOTO BdJIEeMEHTa IH-
dparromerpa. Cpemuuii pasMep KPHUCTAIIUTOB MU
CpeIHEeKBaAPATHIHYIO AeopMAaIlii0 OIEHUBAIN 10
mapaMerpaM npodmiad IuQPAKITHOHHBIX ITHKOB
[21 — 23].

[I9M-dororpadmu MOPOIIKOB IOJyYaIHd C HC-
MOJTb30BAHUEM IIPOCBEYMBAOIIETO B3JIEKTPOHHOTO
mukpocrkona «IMMA-2» (yckopsrolnee HaIpsxKe-
Hue — 75 kB, mpocTpaHCTBeHHOE paspelieHne —
7A). O6pasms! g [IOM roroBuiu B BHe PEILIHK
(TOHKOM ILIEHKH, BOCIIPOH3BOJAIIEH penbed II0-
BEPXHOCTH U IPO3PAYHOU [JI BIE€KTPOHOB), IJIA
Yero CyCIIeH3WI0 TOPOIIKA B H30aMHJIOBOM 3dupe
¢ mobaBjieHreM KOJIIOIHS IIOIBEPTajIi YAbTPa3ByKO-
BOMY [AMCIEPTHPOBAHMIO, 3aT€M KAl CyCIIeH3UU
TIOMEIAIM HA CTEKJIO0 ¥ BhICyIIWBaIU. B Hanbuin-
tenbHOU ycranoBke «BYII-2K» cmocobom Tepmrrue-
CKOI'0 HUCIIAPEeHUs B BaKyyMe Ha CTEKJIO C YACTUIIAMHU
HAHOCWJIM IUIEHKY W3 YIVIepoAa C IajulafueM TOJ-
umHoM ~30 HM. I oTHeneHWs IIEHKH ITOBEpX-
HOCTh CTEKJIa TPaBUJIW B ILUIABHKOBOH KHUCJIOTE,
3aTeM YaCTHUIIbI IMOPOIIKA PACTBOPSAIN B PACTBOPH-
Tejie, TOTOBYIO PEIIMKY IIPOMBIBAJIN BOmOMH. JacTb
IUIEHKH T10CJIe OCAKIEHUA ee Ha CIeIUaTbHYI0 Me]l-
HYIO CETKY BBICYIIHBATIN U IIOMEIIAIN B 3JIEKTPOH-
HBIA MUKPOCKOII JIJIST KCCIEI0BAHUS.

Oo6pasusr gua ACM roroBuiau crocoboM XOJI0jI-
HOTO MPECCOBAHWS, KOTOPOE OCYIIECTBISIN HA Pyd-
HoM mipecce Perkin-Elmer. CripeccoBanubie mopori-
KM aHAIW3WUPOBATH HA CKAHUPYIOUIEM B30HIOBOM
mukpockore Solver PA7TH-PRO (NT-MDT) na Bo3-
IyXe B IOJYyKOHTAKTHOM pesume. [lma cxamupo-
BaHUA WCIIONB30BAIN B30HAOBBIE MATIUKHA MAapKU
NGS10 (NT-MDT) (xapakrepHblii paguyc KpPHBH3-
HBI 30HAAa — MeHee 10 HM, cpefHee 3HAYEHHE CHJIO-
BOH KoHcTaHThl — 11,5 H/m).

YaenpHy0 IUTOMIaAh MOBEPXHOCTH  IIOPOIII-
KOB OIIPeIe/IAlIi METOIOM TEePMOAEeCOPOIMH aproHa
C WCIOJL30BAaHWEM  Tas30BOTO  xpomarorpada
«[IBET-800», BEKIOUYaioiero AeTEKTOpP IO TeILIO-
MMPOBOIHOCTH M IIporpaMMmy cbopa u 06paboTKH JaH-
ueix «I[BET-AHAJIMTHUK». Sunauenue ymenbHOMH

IUTOIIAAX ITOJNIyYaId IIyTeM CPABHEHHUSA KOJUIECTBa
rasa-ajcopbara, coOpOMpPYeMOro uCCIeAyeMbIM U
CTaHJAPTHBIM 00pa3IlaMu, C H3BECTHBIM 3HAYEHHEM
yaeabHOU Imomamu. (s sTOoro ImpeaBapUTENbHO
YCTAHABIUBAIN TPALyHPOBOYHYI0 (DYHKITHIO MEKIY
KOJIMYECTBOM JIeCOPOUPOBAHHOrO aproHa (ILIomanb
JeCOPOITMOHHOr0 IIMKa aproHa Ha XpoMaTorpaMmMe)
¥ IUIOIIABIO ITOBEPXHOCTH CTAHIAPTHOTO o0pasia
(aTTecroBaHHOE 3HadeHHEe — 1,29 M2/T, OTHOCHTEb-
Has MOTPEIIHOCTD IIPY [OBEPUTEILHON BEPOSITHOCTH
0,95 — +2 %).

Ilo BennuwHe ymenbHOM ILIOMIALN ITIOBEPXHOCTH
PACCYHUTBIBAIA CPEIHHUE OOBEMHO-IIOBEPXHOCTHBIN
IHAMEeTP YaCTHIL 0 hopMyJre

d = K/(S,p),

rie K — xoaddunuent gopmer; Sy, — yaenbHas
ILTOIIAb TIOBEPXHOCTH; P — ILIOTHOCTH BEIleCTBA.

Jna dacTui] CTEepP:KHEBHUIHBIX M IWINHIPHYE-
ckux K = 4, nima nnactuadateix — K = 2, B caydae
chepruecknx u Kybmueckux dacruii K = 6 [18, 19].
Koaddurment copmbr s pacyera mofbupanud c
WCIIONb30oBaHueM pesyabraTtoB IIOM, snauenwus
IUIOTHOCTH — I10 CIIPABOYHBIM JAHHBIM.

O6cy:xneHue pe3yabTaToOB

AnanusupoBamu 1m0 TPH 00pasia ITOPOIIKOB
OKCHIOB BaHAUs U JBA 00pasiia allOMUHATA JTATHUS
u3 pasHbix maptuil. [[1a Bcex o0pasIifoB IoIydaau
nsobpaskenusi MHUKpPOCTpYKTypbl, ACM-usobpae-
Hug u audparrorpammbl. Ha ocaoBe ACM-u3zob6pa-
JKEHUM CTPOMJIM THMCTOTPAMMBI PACIIPeIeIeHUs Jac-
Tl o pasmepam. Cpenneobsemusbiii pasmep OKP u
00BEMHO-TIOBEPXHOCTHBIH JAMAMETD PACCUUTHIBAIN
10 JJAHHBIM a/ICOPOIIMOHHOTO aHAIU3A.

Ha pwuc. 1 mpezncraBieHbl THOUYHBIE MHKPO-
crpykrypa, ACM-uzobpaskenue u (pparMeHT Iu-
(bpakTorpaMMbI, Ha PUC. 2 — TUCTOTPAMMBI pacIpe-
nenennit yactui mo pasmepam ((D), — cpemmeods-
emubIi pasmep OKP, [ — 00beMHO-I10BEepXHOCTHBIN
IUaMeTp YacTHIl), B TabIuIte — pesyabTaThl OIpe-
nmenennss opmbl u pasmepa wacruil. OreHouHas
MAaKCUMAJIbHAS OTHOCUTEIHHAS TOTPEIIHOCTh U3Me-
penuii He nmpessIana 15 %.

MukpoCTpyKTypHBIE HCCIEIOBAHHUA IOKA3ANIH,
YTO YACTHUI[BI 00PA3yIOT MOJMKPUCTAIIINIECKHE ar-
momeparsl. B obpasmnax V,0s yacTuiibl UMeoT OK-
pyrayio dopmy, VoO5 — ymmuuennywo, LiAlO, —
IJIACTUHYATYIO. BMecTe ¢ TeM MOpPOIIKY OKCHUIOB Ba-
HAaUs XapaKTePU3YIOTCI IITUPOKUM THUATA30HOM
pacrpefieieHIsT YacTHI] 110 pasMepaM. Taxk, pasme-
pot gactun B V,03 Haxogared B npezenax 70 — 600,
V5,05 — 40 — 350 um. IIpu srom 6osmee 30 % u3 HUX
nmeioT pasmepsbr 100 — 150 um. Ilomyuennnie meto-
mom PIA cpemneoOobemubie pasmepbl OKP mexxar
OsKe K HIKHEH TpaHuIle JUalasoHOB. JTO MOKHO
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Puc. 1. Mukpoctpyxrrypa (@), ACM-usobpakenue (6) u gudpaxrorpamma (8) obpasua LiAlO,

Fig. 1. Microstructure (a), AFM-image (b) and diffraction pattern fragment (¢) of LiAlO, sample

O0BSACHUTH TeM, YTO YACTUIBI (PPArMEeHTUPOBAHBI
Ha 0ojiee MeJIKHE CTPYKTYpPHBIE 3JIEMEHTHI, pasje-
JIEHHBIE MPOTAKEHHBIMH JeheKTaMu. ITO KOCBEHHO
MOATBEPIKIAET U HaIWdne MHUKpomedopMariuii (Be-
JUYUHA CpeJHEeKBAIPATUYHON medopMaliuu, pac-
CUMTAHHAS 110 YIIUPEHHUIO AUQPPAKIIHOHHBIX [THKOB,
cocrasiser, %: 0,08 -0,09 — mma V,05 u 0,11 -
0,14 — maa V,05). O6beMHO-TIOBEPXHOCTHBIN IHa-
METpP, OHpeAeJIEHHBIM IO YAEeJbHOU IUIOMAAH II0-
BepxHOCTH B mpubamrenun cpepuueckoii (V,03)

Pesynbrars! onpesenenus GopMbI U pasMepPOB YACTHUI[, HM
The results of particle shape and size determination, nm

win rumuHapudeckoi (Vo05) hopmbr yacTuir, Haxo-
IUTCSI Ha BEpXHEH I'pPaHUIle QUAMIa30HOB, YTO, BEPO-
SITHO, CBA3aHO, C YaCTUYHOM arjioMepalnuei 4acTuil,
a TaKKe UX CIIeKaHWeM B IIPOoIlecce CHHTE3a.

B ciyuae amoMuHaTa TUTHA AHUATIA30H pacipe-
JeJIeHUsT YACTHI] II0 pasMepam Oojiee y3KHI, IT03TO-
My COTJIACOBaHWE MEKIYy PAsHBIMH METOJAaMU JIyd-
ure. Tak, pasmepbl YacTHIl JexaT B auanaszone 50 —
110 aM, mpudyeM OCHOBHAfA H0JII — B HHTEpBaje
60 — 80 am. Pasmep KpucTaamiuToB cocTaBuI 68 —
79, a 00bEeMHO-TIOBEPXHOCTHBIM AHUAMETP, PaCCUH-

Merox
OGpaszer dopma yacruig
IIoaM ACM PIOA T"azoamcopOIroHHbII

V,0,4 1 Oxpyriaas 70 — 600 80 - 600 119 480
2 95 420

3 112 390

V,04 1 YnnuHeHHAA 40 - 350 50 - 350 57 285
2 48 265

3 57 275

LiAlO, 1 IInacrtumuaras 50-110 50 -110 68 77
2 79 92
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Fig. 2. Histograms of the particle size distribution in V,04
(@), V,05 (b), LiAlO, (c) powders

TAHHBIH B UPUONMKEHUM ILIACTUHYATON (POPMBI
yactun, — 77 -92 um. Ilmacruruarocts Qopmbl
MIOATBEPIKAAET 3HAYUTENIHHOE II0 CPaBHEHHIO CO
craugapTabiM obpasiom (JCPDS N 38-1464 [24])
yBenuueHue HHTeHcuBHOCTH pederca (200) (cwm.
puc. 1). Mo:xHO IpenoIoKUTh, YTO OCHOBHASA YaCTh
3epeH — OT/eJIbHbIE KPUCTAUINTEI, KOTOphIEe C1abo
cBi3aHBI B arperarax. B mpoiecce TBepa0odhasHOTO
CHHTe3a, KOTOPBIN IIOIpa3yMeBaeT pa3MoJl U Harpe-
BaHHE UCXOJHBIX IOPOIIKOBBIX MATEPHUATIOB, YACTH-
bl QIIOMHUHATA JIUTHSA WUCHBITHIBAIOT HANIPAKEHUI,
0 YeM CBUIETEIhCTBYET HaIuIue MHUKpoaedopma-
UUH B HCCIEQyeMbIX oOpasmax (BeIuYuHa CpemHe-
kBagparnguoi qedopmanyu — 0,18 %).

W3 Tabmuirsl BUAHO, YTO 1A PA3HBIX MAPTHH Of-
HOTO U TOTO JKe MaTepHayia I'PaHyJIOMEeTPUUYECKUH

COCTaB CXO/IeH. JTO TOBOPHUT O BOCIIPOHU3BOIMMOCTH
TEXHOJIOTHHM MX W3TOTOBJIEHHsS. II0CKOIBKY KOCBEH-
Hble METOAbI HCCIEIOBAHUS Pa3MepPOB YaCTHUI[ —
PIIA u razoamcopOIiOHHBIA — HAIOT WHQOPMAIHIO
MHTErpajJbHOr0 Xapakrepa (ycpemHeHHYI0 1Mo obpas-
Iy), TO MX IeJIecO00pa3H0 HCIIOJIb30BaTh [IJII KOH-
TPOJISI JUCIIEPCHOCTH IIOPOIIKOBBIX MATEPUAIIOB, U3-
TOTOBJIEHHBIX PA3HBIMU IPOU3BOTUTEIISIMH, 4 TAKKE
MMPOU3BOACTBEHHOIO KOHTPOJISA TEXHOJOTHIECKUX
mapTui.

3axarogeHue

Takum o0pasoM, MPOBEIEHHBIE KCCIEIOBAHUI
MOKa3ajau, YTO IMOPOInKu okcuaoB Banamusa (III) u
(V) xapakTepusyioTcs IIHPOKHM [HAITA30HOM pac-
IpeieIeHrs YACTHIl II0 pasMepaM, aJlOMHHATa JIK-
TuA — 6oisiee y3kuM. PasMepsl 4acTwHIl, ompeeneH-
HbIE C TIOMOIIBIO PA3HBIX METOMIOB, PA3IMYAIOTCA Me-
sy coboii. Tak, sHaueHUs, ITOyIeHHbIE METOIO0M
PIA, nexar Oimike K HHKHEH IPaHHUIlE AUAIIA30HA
pa3MepoB YaCTHII, YCTAHOBIEHHOTO A KAMKIOTO U3
IOPOIIKOB, IOCKOJIbKY YACTHI[BI COCTOAT M3 Oojee
MENIKUX CTPYKTYPHBIX djeMeHTOB. OO6BbeMHO-Io-
BEPXHOCTHBIN THaMeTpP, PACCUNTAHHBIN 10 BeJIUYH-
He YIeIbHOH ILIOIIAMM II0BEPXHOCTH, HAXOIUTCS
O/MsKe K BepXHEH IpaHulle, 4TO, BEPOSITHO, CBI3aHO
¢ yacTHYHOU ariomepanuei gacruil. [lomydeHubre
JAHHBIE MOTYT OBITH HMCIOJb30BAHBI JJI KOHTPOJIS
TIOCTOAHCTBA T'PAHYJIOMETPHYECKOTO COCTaBa II0-
POIIIKOBBIX MATEPHAJIOB, UCIIOIb3yEeMbIX B T€XHOJIO-
TUU U3TOTOBJIEHUS 3JIeMeHTOB TerIoBbix XUT.
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WCCJIEJOBAHUE CTPYKTYPHOM JIETPAJAITAU CTAJIA 15X5M
[P JINTEJIBHOU SKCIJIYATAIINN

© Baagumup Anexceesmu Kum!*, Barepua BukroposBua JIbicenkol,
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CrpykTypHas nerpajarnus MaTepuasa [P IUTEIHHOM TEPMHYECKOM U CHJIOBOM BO3ZEH-
CTBUM — KOMILUIEKCHBIM IIPOIlecC, KOTOPHIM BKJIIOYAET MHUTPALMIO 3€PEHHBIX I'DAHUIL, 3€pHO-
rpaHngHyo audQysui0 aKTUBHBIX SJIEMEHTOB BHEIIHEH M TeXHOJOTMYECKOH Cpell, BOIOPOIHOe
OXpyIIMMBAHUe, CTapeHue, 3ePHOrPaHIIHYI0 KOpposuio u ap. Mcrmonp3oBanne (hpakTagbHOTO U
MYJIBTH(PPAKTATIHEHOTO TOAXO0/IA IIPY OIIUCAHUHA MHUKPOCTPYKTYP OTKPhIBAET IIIMPOKHE BO3MOKHO-
CTH JUI KOJIMYECTBEHHOH OIIEHKU CTPYKTYPHOM OpraHu3aIliy MaTepuasia, yTOYHAEeT U PaCKpbI-
BaeT MeXaHU3Mbl CTPYKTYPHBIX IIpeBpalienuii. MyaprudparranbHas mapaMeTpusaliisi M03B0-
JIeT MCCIIEN0BATH IIPOLIECCH CTPYKTYPHOM JEerpafialliul 110 H300paKeHUAM MHUKPOCTPYKTYD H
BBIAIBJIIAITH CTPYKTYPHbIE H3MEHEHUs c1a00 pasanduMble BU3YaIbHO. /1 BBIMHCIEHUS MyIbTH-
(bpaKTaTbHBIX CIIEKTPOB MUKPOCTPYKTYPHI MOKHO HCIIOJIB30BATH JIO00H KOJIMIECTBEHHBIH
CTPYKTYPHBIN [TOKA3aTellb, HO IPEAIOYTUTEIbHEE TOT, KOTOPBIM 00ecrednBaeT MaKCUMAaIbHBIH
[UAIIa30H U3MEHEeHHUs YNCIeHHbIX 3HAUeHUH MyIbTH(DPAKTAIBHBIX KOMIOHEHTOB. [Ipencrasie-
HBI pe3yabTaThl HCCIEOBAHNA CTPYKTYPHOM qerpaganuu cranu 15X5M mpu ATuTenbHON 9KCII-
JIyaTariu. ¥ CTAHOBWUIM, YTO CTPYKTYPHASA NErpafialiyisi CTaIN IIPU SKCIUIyaTaIlldd B YCIOBUAX
BBICOKHX TEMIIEPATYP M HAIPIKEHUN COIPOBOKIAETCI YKPYITHEHIEM MUKPOCTPYKTYPHBIX 00b-
€KTOB, YIINPEHUEM MEK3€PEHHBIX T'DAHUI] U BBIIEJIEHUEM AWCIIEPCHBIX YaCTHIl, KOTOPbIe HA
n300paKeHNH [IPEJICTABIIAIOTC B BH/IE TOYEYHBIX 00HEeKTOB. JlerpajarnuoHHble IPOIecChl Ipu-
BOOAT K YBEJIUUYEHUIO AMAIA30HA H3MEHEHWs KOMIIOHEHTOB MYJIbTH()PAKTAIBHBIX CIEKTPOB.
Bricokue 3HaUeHNA KOMIIEKCHBIX ITOKA3aTeIel CTPYKTYPHOM OpraHu3alliy YKa3bIBAIOT Ha POCT
HEOJHOPOIHOCTH M XAOTUYHOCTH HA MHUKPOMACIITAOHOM ypOBHE, HO BMECTe C TeM — Ha IIPO-
SBJIEHUE YIOPAIOYEHHBIX KOMOHMHAIMH OTIENbHBIX CyOMHKpPOCTPYKTYpP. Takwe CTpyKTypHBIE
TpeBpalieHusa 00ecIeIHBal0T HANOOIBIIYI0 HAXEKHOCTh U COIIPOTHBIIAEMOCTh MaTepHana K
PpaspyLIeHuIo.

KaroueBbie ciroBa: MHKPOCTPYKTYpa, 36PHO, TPAHUIIBI 3€PEH, MOJI3Y9eCTbh, JKAPOIPOIHOCTD,
(bparrai, MyIbTH(PPAKTATBHBIN CIEKTP, HEPABHOBECHOCTD, YIIOPSI0Y€HHOCTb.

STUDY OF THE STRUCTURAL DEGRADATION OF STEEL 15Kh5M
UPON CONTINUOUS DUTY
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Structural degradation of the material upon long-term thermal and force impacts is a complex process
which includes migration of the grain boundaries, diffusion of the active elements of the external and
technological environment, hydrogen embrittlement, aging, grain boundary corrosion and other mecha-
nisms. Application of the fractal and multifractal formalism to the description of microstructures opens up
wide opportunities for quantitative assessment of the structural arrangement of the material, clarifies and
reveals new aspects of the known mechanisms of structural transformations. Multifractal parameteriza-
tion allows us to study the processes of structural degradation from the images of microstructures and
identify structural changes that are hardly distinguishable visually. Any quantitative structural indicator
can be used to calculate the multifractal spectra of the microstructure, but the most preferable is that pro-
vides the maximum range of variation in the numerical values of the multifractal components. The results
of studying structural degradation of steel 15Kh5M upon continuous duty are presented. It is shown that
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structural degradation of steel during operation under high temperatures and stresses is accompanied by
enlargement of the microstructural objects, broadening of the grain boundaries and allocation of the dis-
persed particles which are represented as point objects in the images. The processes of structural degrada-
tion lead to an increase in the range of changes in the components of the multifractal spectra. High values
of complex indicators of structural arrangement indicate to an increase in heterogeneity and randomness
at the micro-scale level, but at the same time, to manifestation of the ordered combinations of individual
submicrostructures. Those structural transformations adapt the material to external impacts and provide
the highest reliability and fracture resistance of the material.

Keywords: microstructure; grain; grain boundaries; creep; heat resistance; fractal; multifractal spec-
trum; nonequilibrium, structural order.

BBenenune

JnurenbHaa SKCIIyaTalius U3/IeNUs B YCIOBU-
SIX BBICOKMX TEIUIOBBIX U CHUJIOBBIX HATPY30K IIPUBO-
IUT K IIOTEpe ero PaboTOCIIOCOOHOCTH BCIIEICTBHE
M3MEHEHUS XHUMHYECKOTO COCTaBa U CTPYKTYPHOM
Jerpasauy Marepuana.

CrpykrypHas merpajamusi — KOMILIEKCHBIH
MPOIIeCC, BKJIIOYAIOIIHUNA MHUTPAIIAI0 3€PeHHBIX T'pa-
HUII, BOJIOPOJHOE OXPYITYUBAHUE, CTAPEHUE, 3ePHO-
TPaHUYHY0 KOppo3uio u qudysuio, BEITOPAHUE Jie-
TUPYIOIIHUX d1eMeHTOB u np. [1 — 3]. PasBuBaromue-
CSl TIPH 9TOM MHUKPOKOHIIEHTPATOPHI HATIPSIKEHUHN U
CTPYKTypHAA HEOMHOPOMHOCTh MPUBOAAT K PA3BH-
THIO JIOKQIBHBIX TMOJEH YIPYTUX HANPIKEHUH W,
Kak pesyabTar, O0pPasOBAHHUIO OYaroB HECILIOIII-
HOCTH, PE3KOMY TOHMIKEHUIO TPEIIMHOCTOUKOCTH U
skaporpouHocTu [4]. BHeliHee mpodBiieHHE CTPYK-
TYpPHOH [erpafaliu — HU3MeHeHHe TeOMETPHUH
BHYTPEHHUX TPAHUIl Pas3fesa, CTeIIeH: UX Pa3BUTO-
CTH, (POPMBI U PA3MEPOB 3€PEH, MOBBIIIEHNE TIOT-
HOCTH JUCIIEPCHBIX YACTHUIl, BBIIAEISIONIUXCA IIPU
CTapeHuu, U JIp. — PeaKIus MaTepuajga Ha TeMIle-
paTypHO-1ed)OpPMAlOHHOE W XUMHYECKOe BO3Iek-
cTBus (IIPOTHBOAEHCTBHE OKPY:KAMOIEH cpeme u
BHEIIIHEeMY Harpy:xeuuio) [5, 6].

WszobpaskeHns MHKPOCTPYKTYP, BBISBICHHBIE
TpaBJeHueM MeTasiorpadgudeckux uuindoB U 3a-
(puKCHpOBAHHBIE ONTHYECKON WU 3JIEKTPOHHOM
MUKPOCKOITHEH, MPEACTABIIIT €060 reomerpu-
yecKue (PUTyphI C PA3HOM CTENEeHbI0 I[BETOBBIX OT-
TeHKoB. Marepuan mmeer 00BEMHOE CTPYKTypPHOE
crpoeHre, HO Ha Qororpaduu BHUIEH TOJIBKO €ro
cpes, I03TOMY BCe CTPYKTYpPHbBIE T€OMETPHUYECKHe
00BEeKThl HA H300pAIKEHUM TEPAIOT EAUHUIY Mep-
HOCTH — TPEeXMepHbIe 00BEKThI IPEACTAIOT B BHUJE
IBYMEPHBIX (PUTYp, IByMEpPHbIE — OJHOMEPHBIX, a
OIHOMEpPHbIEe — TOYEYHBIX [7].

C dopMmanbHOi TOYKHM B3pEeHHA H300paKeHue
MHUKPOCTPYKTYP — KOMOWHAIIWS TEeOMETPUYECKUX
MHOKECTB C OIPEIeTeHHON CTEIEeHbI0 YIIOPAA0YeH-
HOCTM ¥ PpPasHOMAcCIITaGHBIM IOM00MEM, KOTOpPbHIE
MOKHO OTHECTH K KATeropuu (PpaKTaTbHBIX CHCTEM.
W3 Bcero MHOKECTBA TEOMETPUUECKUX CTPYKTYPHBIX
00BEKTOB, KOHEYHO, BBIIEJIAIOTCA T€, KOTOPhIE HECYT
HAUOONBIYI0 WH(OPMAIIMOHHYI0 HArpysky. Hx
MOKHO O0BEIMHUTD €IUHBIM OHATHEM «HHTEPdETic
crpykrypHoro cocrosuusa» (MCC). Kormuecreenuoe

OlWCAaHWEe CTPYKTYPHBIX TPEBpAIlleHUuH 3aKIoda-
ercsi B Bbi6ope MCC, ompenenenun ero 4MCIOBBIX
IoKasaresei u aHaIN3e UX U3MEHEHHUH IIPU pas3ind-
HBIX SHEPTeTUYEeCKUX BO3MEHUCTBHUIX HA MATEPUAI
[8 - 10].

Tpaguimonno ¥ UCC moaukpucTaniimdeckoro
MaTepuaga OTHOCAT MeK3epeHHbIe U MeK(asoBbie
rpauwuIel pasgena. [lo ux dopme, TOKaIbHON KpPH-
BUBHE M YIOPSIOYEHHOCTH MOYKHO aHAIU3UPOBATH
TeXHOJIOTHIO IIPOU3BOICTBA MaTepraia U 00paboTKu
M3/IeNINs, YCIOBUS HKCIUIyaTAlNH, IPUIUHBI TIOTEPH
paboToCIIOCOOHOCTH ¥ MEXaHW3MbI Pa3pyIIeHUd
[6, 11].

HeonuopomHoCcTh, yIOPAMOYEHHOCTh U IIEPHO-
QUIHOCTh MHUKPOCTPYKTYPBI MATEPHAJIOB, HAXOJI-
IUXCA B HEPABHOBECHOM COCTOSTHHH, JOJITO€ BpeMs
KCCIeIOBAINCh TOJIBKO HAa KAYEeCTBEHHOM YPOBHE.
IIpumenenue ppakTaaIbHOTO U MYJIbTH(PPAKTATHLHO-
ro popManTu3Ma Mpu OMHUCAHUM MUKPOCTPYKTYP OT-
KpBIBAeT IIIHPOKHE BO3MOKHOCTH JJIS KOJINIECTBEH-
HOMU OIIeHKHU CTPYKTYPHOU OpraHu3aIiui MaTepuasa,
YTOYHSET U PACKPHIBAET HOBBIE CTOPOHBI M3BECTHBIX
MEXaHU3MOB CTPYKTYPHBIX IIPEBPAIEHUIHA.

[ens paboTbl — wmccaemoBaHHE CTPYKTYPHOM
merpaganuu craau 15X5M mpu AIUTENBHOH BKC-
IUIyaTalid C WCIIOJb30BAHUEM MYJIbTH(PAKTATE-
HOTO TIO/[XO/1A.

MyasTudparkraasHbIH (hopMaTH3M
B MaTepPHAJIOBEIECHUH

Mynbprrdpakranbabiil opManusM 6azupyeTcs
HAa DOHATHH CTATHUCTUYECKOU CyMMBbI, OJIsd BbIYHUCIIE-
HUAS KOTOPOH B KaYyeCcTBe MePhI HUCIOIb3YIOT JI060MH
KOJIMYeCTBEHHBIH [T0OKA3aTeNlb CTPYKTYPHOHN OpraHu-
sanuu martepuana [5, 11, 12].

H3zobpaskenre MHKPOCTPYKTYPBI paccMaTpuBa-
eTci KakK TIeoMeTpUYeCcKHMU IIJIOCKUHM [BYMepHBIN
00BEKT, TIOMEIeHHBIH B eBKINI0BO IIPOCTPAHCTBO.
Eciu umsobpa:kenne MOKPHITH CETKOM U3 k sUeex
MPAMOYTOJIBHOM (DOPMBI OMHAKOBOTO pasMepa U B
KadecTBe Mephbl BhIOPATh KAKOW-THO0 KOJIUIECTBEH-
HBIH CTPYKTYPHBIH ITOKA3aTeslb, TO MOKHO OIIpefe-
JUTh ero 3HAaYeHHWe B KaKI0N sdueiike. COBOKyII-
HOCTB TOJYyYE€HHBIX 3HAYeHnH — MHOKecTBO L(k) =
={M,, My, M, ..., M;,} — onvH M3 BAapUAHTOB YU-
CJIOBOTO TIPE/CTABIEHU MHKPOCTPYKTYPBI MaTe-
puana.
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OTHOCHUTENBHYI0 BEIUYMHY MEpPhl MOMKHO OIIpe-
IeUTh 10 POopMyJIe

i

M
p;(e) =——,

k
M,
J=1

rae p;(e) u M; — oTHocUTeIbHAS U a0COTIOTHAA Be-
JIMYIUHBI MEPBI; K — YHUCIIO AIEEK.
OueBugHO, YTO

k
Z p;(e) =1
i-1

CrarucTHyecKyo CyMMy HAXOIHMM II0 (hopMyJie

k
Z(g,e) =) pl(e),
=1

ITle @ — IIPOM3BOJIBHBIE BeEI[eCTBEHHbBIE IIeJIble
qucmua.
Mynprudparran cuekTpa

D, = 1 limln[Z(q,s)],

qg-1¢50 Ing

rae € = (1/k)%5 — xapakrepucTHYECKHI JTUHEHHBIHA
pasmep aueiiku. Ilpu srom mna mynsTudparrTaza
npu q = 1 cyugecTByeT popmyia

k
1
D :—E In(p.).
! lnsizl pl n(pl)

IIpu g — 400 ocHOBHOM BKIag B 0006IEHHYIO
CTATUCTUYECKYI0O CYMMY BHOCAT SYEHKH C Hau-
OOJIBIIIEH MEpPOi, a MPH q —> —0 — C HANMEHbIIIEH.
Cnenosatensro, dynxmua D, = flq) mnokasbiBaer
CTelleHb HEOMHOpoaHOCTH MHOkecTtBa L(k). Ilpm
q — *00 OHA CTPEMUTCS K KOHEYHBIM BETMINHAM.

OTnenpHbIE KOMIOHEHTHI MYIbTH(PPAKTATBHOTO
CIEKTpa WMEIOT PA3NHYHBIH (PU3HIECKUH CMBICIH.
Tak, D, (g =0) — xaycmopdoBa pasMepHOCTb
mHo:kecTtBa L(k) — mHambomee rpybas xapakTepu-
ctuka Myiabru@pakrana. [lo Helt HEBO3MOKHO Cy-
IATh O CTATUCTUYECKUX CBOMCTBAX MHUKPOCTPYKTY-
Pbl, HO OHA yKa3bIBaeT Ha XapakTep PasOuBKU U30-
Opaskenus Ha sueiku. [); — XapaKTepUCTUKA MepbI
Oecriopsiika B YHCIOBOM MHO:kecTtBe L(k) — TecHO
CBS3aHa C SHTPOIHEN (PPaKTAIbHOTO MHOKECTEA.
IIpu g = 2 crarucTuydeckas cymma — KOPPEIAIHOH-
HBIH WHTErpasi, modtoMy Dy HA3bIBAIOT KOPPEIAIIH-
OHHOH pasmepHocTbi0. Ecimu 061 mHO:xkecTBO L(k)
Ob110 HabopoMm TOUeK, To Dy Obl1a 6B MEpOH TOTO,
YTO BhIOPAHHBIE HAYTAM ABE TOYKH IIOMAIH B OIHY
aueiiky. [IpuMeHUTENBHO K CTPYKTYPHOM OpraHusa-
nuu Marepuana D, MOKHO TPaAKTOBATH Kak Mepy
pacmonoxkeHus BOMM3H KAKOTO-TH00 MHUKPOCTPYK-
TYPHOTO dJIeMEeHTa XOTA ObI OJHOTO AHAJIOTHYIHOTO
obbekra (T.e. Mepy 00Opa30BaHHSA YIIOPINOYEHHBIX
IPYOI OZHOTHUIIHBIX MHKPOCTPYKTYp). [ia ocrams-
HBIX KOMIIOHEHTOB MHO:ecTBa ), MeHBIIUM 3Ha-

geruam D, (g > 1) COOTBETCTBYIOT HU3KHE I0Ka3a-
TeJH SHTPONUH (XapaKTepU3yIOT YIIOPSII0YEeHHOCTD
muoxkecrBa L(k)), 66mbmmum (@ < —-1) — BBICOKHUE
(XapakTepusyIoT pasynopsaa0YeHHOCTh MHOKECTBa
L(k)). IlosTomy D, MOXHO TIPUMEHATb [JI PACIIO-
3HABAHUA HEPA3IUIUMbBIX (MIHM caab0 BH3yaIbHO
OTJIMYUMBIX IPYT OT IPYyTa) MUKPOCTPYKTYP.

KommoHneHTBI MyabTH(PAKTATBHOTO CIEKTpa
He0o0XOOUMBI I pacuyeTa KOMIUIEKCHBIX IIOKazaTe-
JIell CTPYKTYPHO! OpraHu3aliuy MaTepruasia

A,=D,-D, K,=D_,-D,.,,

C IIOMOIIBI0O KOTOPBLIX OIEHHUBAIOT CTEIIeHL 0OecIIo-
PAnKa, YIOPAIOUEHHOCTH U IIEPUOSUYHOCTH MUKPO-
crpykTypbl. Uem 6ombine A, (g > 1), Tem 6omee ymo-
pAmoYeHa CTPYKTypa CTATHCTUYECKOIO MHOKECTBA U
B He 6OJIbIIE MIPOSBIIAETCI MEePUOIUIECKAT COCTAB-
nmsromas. Yem 6osbire K, (Mepa 6ecriopsgka CTPyK-
TYPHOH OPraHU3aLMU MATEPHAJIa C YIeTOM IIOTpell-
HOCTH M3MEPEHHUA Mep U BbIYUCIEHUSI MYJIbTH(PAK-
TAJBHOIO CIEKTPa), TeM OoJjbIle Oecropsamgka, HO
MEeHbIIIe [O0JII IIOTPEIHOCTH HM3MEpPEeHUs B CaMOM
Oecropske. JTy IIOTPEIIHOCTh MOKHO PacCMaTpPH-
BaTh KaK OJMH U3 IOKa3aTejied CTPYKTYpPHOHU opra-
HHBaIlMH CTATUCTHYECKOro MHO:kecrBa. Ha mpaxru-
Ke [Jd BBIYHCIEHWS KOMILIEKCHBIX MYJIbTH(PAK-
TaIbHBIX IIOKa3aTenel qocraroauo g = 40 [10].

Marepuaabl, METOIHKA, 000OPYIOBAHHE

HccnemoBamu hparMeHThI IEYHOTO 3MEEBUKA 13
cramu 15X5M mociae AMHTENBHOH SKCILIyaTaIlluu
(6ostee nByx siet) pu gasiaenwnu g0 1,37 MIla u Tem-
neparype mo 800 °C. Tpasnenue muaindos ocyrie-
cTBAAMN 4 %-HbIM PACTBOPOM A30THOHM KHCIOTHI B
atusioBoM criupte. [{upoBsie n300paKeHUA MUKPO-
CTPYKTYp IOJIydaiu C MOMOIILI0 MeTajuiorpadgude-
cxoro mukpockomna Nikon 200A (x400).

O6paboTka n306pakeHuil, KOTOPYIO TPOBOIUIN
¢ omoIrsio mporpamMmmbl Image.Pro.Plus.5.1, Biro-
yajia KOPPEKTUPOBKY PE3KOCTH, BbIeIeHIe TPAHUII,
CHATHE KOHTPACTHOM MACKM ¥ KalubpOBKYy (mJIs
TIPUBABKA K COOTBETCTBYIOIEN MAacIITabHOH IIKa-
je). 3areM BBIUUCISIIA KOJIHMYECTBEHHBIE TIOKa3are-
7M, BKIIOYaA miomans F; u mepumerp P; Kammoro
MHEKPOCTPYKTYPHOTO o0bekTa [8, 13].

IIpu pacuere MymbTH(QPAKTATHLHBIX CIIEKTPOB
n3obpaskeHre MUKPOCTPYKTYPbI pasbuBaau HA BO-
ceMb TPAMOYTOJBHBIX fueek (k = 8). B xauectse
Mep HCIIOJIb30BAIHM CyMMapHbIE IUIOIAAb U JJIHHY
[IEPUMETPOB MHUKPOCTPYKTYPHBIX 00BEKTOB B STUEH-
Ke, OTHECEeHHbIe K eIMHUYHON IUIOIAIH IT0BEpX-
HOCTH:

13 1<
Ty :FZFj’ Py :szj’
a j=1 a j=1

rae F, — nnomans suedikn; N — KOJIHYECTBO MUK-
POCTPYKTYpPHBIX O00BEKTOB B sueiike (mpu X400
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Puc. 1. Muxkpocrpyxrypa cranu 15X5M B ucxogHOM cocrogHuu (@), IpU IJIUTENHHON DKCIUTyaTauy Ipu Huskou (o 430) (6) u

BoIcokou (o 800 °C) remmeparypax (8), B 30He B3xyTud (2)

Fig. 1. Steel 15Kh5M microstructure in the initial state (a), during long-term operation at a low <450°C (b) and high 800°C

(c) temperature and in the swelling zone (d)

N =80-120). B rauecTtBe Mephl HCIOJIH30BATH
TaKKe YAeJIbHYI IUIOTHOCTH IE€PHMETPOB T'PaHUIL
MUKPOCTPYKTYPHBIX O0BEKTOB, BBIYUCIIEMYIO II0

dopmyme
R j
Dyn F, &5F,

C reoMeTpHYECKOM TOYKH 3PEHHUs OTHOIIEHHE
mepuMeTpa K IIIONanu (PUrypbl — KPHUBH3HA TI'pa-
HHIIbI, KOTOPAs OIpeaesieT K03((UIneHT KOHIeH-
Tpaluy HaIpAKeHUN NIpHU BHENIHeM CHJIOBOM Ha-
rpy:keanu. CiemoBaresbHO, MIOTHOCTD [IEPUMETPA
TPAaHUI] MOKET ObITh XapaKTEePUCTUKOM HAIPIKEeH-
HOCTH T'pPaHHUIIBI. HpI/I 9TOM Y€M BbIIII€ KPHUBHU3HA,
TeM BeposATHee 00pasoBaHue odara paspyiiesus [4].

Hna obecmeyeHWs TOYHOCTH OIEHKH MHKPO-
CTPYKTYPHOU OpPTaHU3AI[MA MaTepPHAJa B Mpeenax
3 - 5 % uaMepeHUd U pacyeT KOJTMIECTBEHHBIX II0-
Kasarejiell Mep MPOBOAWIN IPH TPEXKPATHOM IIO-
BTopenuwu [14].

PesyabTaThl U X 06CYy:KIeHHE

Ha puc. 1 npuBeneHbl MUKPOCTPYKTYPBI y4acCT-
KOB IIeYHOTO 3MeeBmKa. llepBwIii Haxommica mpu

KOMHATHOU TeMmIieparype (He IMOABEPTrajici TEXHO-
JIOTUYECKUM TEMIIEPATyPHBIM BO3JEUCTBHUAM), HO
WCIIBITHIBA HANPIIKEHHOE COCTOSHHE 3a CYeT W3-
ObprTouHOr0 BHyTpeHHero masimenus (1,37 Mlla).
Bropoii, Kpome BHyTpeHHEro [aBiIeHusd, [TOIBepra-
csi TeMmmeparypHoMy BoagedcTBuio (mo 430 wum
800 °C). Tperuit — BBICOKOTEMIIEPATYPHBIN ydac-
TOK, Ha KOTOPOM HAOMIOJATH JOKATbHYIO BBIMYK-
JI0CTh, 0OPA30BAHHYI0 B pe3yJbTaTe IOJ3YIeCTH 3a
CUeT IOHUKEHU KAPOIPOYHOCTH MaTepuasa.

Xapakrep CTPYKTYPHBIX U3MEHEHUU OIpeessd-
eTcAd BeIUINHOU U JIIUTENHHOCTHIO TEMIIEPATYPHOTO
Bosnencreusa. Ucxomguas crpykrypa cramu 15X5M
BKJ0YaeT (peppPUTHBIE 3€pHA HEIPaBUIBHOU (Op-
MbI, UMEIOII[e€ PA3BUThIe T'PAHMIIBI U HEYIIOPSI0-
YEeHHYIO OPUEHTAIINI0. JTO MIPEMATCTBYET 3epHOrpa-
HUYHBIM CIBUTAM ¥ ob0ecmeunBaeT HeOOXOTUMBbIH
YPOBEHB KApOIPOYHOCTH. JIuTenpHasd SKcILTyara-
nusa cHavasa npu remmeparype 10 430 °C mpusogut
K HEe3HAYUTEIbHOMY, HO BHU3yaJIbHO OI[yTHMOMY
yEpynHeHuo 3epeH. [lpu 3ToM ux HempaBUIbHAA
dopma m xaoTmueckas OpPHEHTAIUA COXPAHAIOTCA.
Ilpu panbuetimes skcruryaramuu mpu 800 °C mpo-
IO/KAeTCsT YKPYIHEHNe 3epeH, a ux ¢opMa CTaHo-
BUTCsI 60JIe€ PABHOOCHOM.
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Puc. 2. MynbpTudpakraibHbie CIIEKTPBI 10 YAIbHBIM ILIO-
manu fy, (@), nepumerpy py, (6) u MIOTHOCTH TPAHUTL gy, (8)
MUKPOCTPYKTYPHBIX 06beKTOB cranu 15X5M B ucxomgHOM CO-
croguuu (1), mocie QIUTEeNHHON YKCIIyaTalluu IPU HU3KOU
(2) u BrICOKOI TemnepaTypax (3), B 30He B3ayTus (4)

Fig. 2. Multifractal spectra for specific area (a), specific
perimeter (b) and specific density of the boundaries (c) of the
microstructural objects of steel 15Kh5M microstructure in
the initial state (1), during long-term operation at low (2)
and high (3) temperatures, in the swelling zone (4)

JnurenbHas TepMUYecKas BBIIEPIKKA COIIPO-
BOXKIAETCA PasiioKeHHeM JIETHPOBAHHOTO heppura
U BbIfeaeHueM KapoumosB. Menkue kapbugHbie KpH-
CTLTUTHI 00PA3yi0T TOYEYHbIE KOJOHUK BHYTPH
(hbeppUTHBIX 3€peH, KOTOPbIe (DOPMHUPYIOTCS IIPU BhI-
nepsxke cranu yixe npu 430 °C. C moBbIlIeHTEM TEM-
repaTypsbl IVIOTHOCTb KAPOUIHBIX 06Pa30BAHUI BO3-
pacraer, a Goyiee KpyIHbIe KapOuIHbIEe KPHUCTAJLIH-
ThI TJI00YJIAPHON (POPMBI BBIAEIAIOTCS 10 TPAHUIIAM
seped. [Ipu anuTenbHON 3KCITyaTaliuu MaTepuaia
BBIIIIE TEMIIEPATYPhI MOJUMOPQHBIX IIPEBPAIeHNH

IIPOMCXOAUT PACTBOpEHHEe KapOWIOB B ayCTEHUTE,
KOTOPBIA IIpU IIOCTAERYIOIIEM MeIIEeHHOM OXJIakK-
JIEeHUHU [IpeBpaIaeTcsa B KPyIITHO3EPHUCTHIN Deppur.
B 3epHax deppuTa IpHCYTCTBYIOT TUCIIEPCHBIE Kap-
ounubIie hasor [14].

Ha puc. 2 npencrasnens! MyabTudpaAKTATbHBIE
CIEKTPHI, B TAOINIle — PACCIUTAHHBIE II0 HUM KOM-
IIJIEKCHBIE IT0Ka3aTelIl MUKPOCTPYKTYPHI.

Bunao, uro MymnbTH(pPaAKTAIBHBIE CIEKTPHI
OTJIMYAIOTCA HEOAHOPOIHOCThI0. Kcnim B Kauecrse
rokasarens HWH(QOPMATHBHOCTH IPUHATH MAaKCH-
MaJIbHOE 3HAYEeHHE MHAIa30HA M3MEHEHUs JHCICH-
HbBIX 3HAYEHUH KOMIIOHEHTOB MYJIbTH(PAKTAIBHOTO
criekrpa (mokaszarenb K,), TO HpeIrouTUTEIbHAS
Mepa — IUIOTHOCTh TPAHUI] MHUKPOCTPYKTYPHBIX
00BEKTOB, Jajiee ClIeayeT ILIOAnb, 3aTeM — IIePH-
MeTp TPAHHII.

CrpyKTypHas merpamaius CTaJIu [IPH IJIUTElb-
HOI SKCILIyaTAIldd B YCJIOBUSX IMOBBIIIEHHBIX TEM-
Ieparyp U HANPSKEHWH COIMPOBOMKIAETCA YEPYIIHE-
HHEM 3epeH U BbIIeJIeHHEeM MEIKUX IUCIEePCHBIX
yacruil. B pesyibrare K, IpuHUMaeT BbICOKHE 3HA-
YEHHS, YTO COOTBETCTBYET YIIOPSAIOUYEHHUIO KPYITHBIX
M Pa3yIoOPSAI0UYEHHI0 MEIKHX MHUKPOCTPYKTYPHBIX
00beKTOB. IIpu 5TOM KapoIPOUYHOCTD C BhIIEICHHEM
MEJIKUX MHUKPOCTPYKTYPHBIX OOBEKTOB, IIPEICTaB-
JSOMIMX  MHKPOMACIITAOHBIE OYaru HapyIIeHuH
CILIOIIIHOCTH, CHIKAETCS, a MX ILUIOTHOCTh B 30HE,
MOIBEPIKEHHON B3IyTHIO, Pe3K0 Boapacraer. Taxum
o6pas3oM, CTPYKTypHAasA Ierpajaliis COIPOBOKIAET-
Cf MOHWKEHHUEM CTEIeHH YIIOPSIOYeHHOCTH TOYed-
HBIX MHKPOCTPYKTYP, KOTOPYI0 MOMKHO paccMaTpH-
BaTh KAK MEXaHU3M IIPUCIOCOOIEHUS U ITOBBIIIEHUS
COIIPOTHUBJISIEMOCTH MAaTepuaia K YCIOBHSM BHEIII-
HEro BO3JEUCTBHS 34 CUET CO3MAHUS TOIOJHUTEIb-
HbBIX 0APHEPOB JIS CKOIL3SAIINX JUCIOKAIUMN.

3axjarogeHue

IIpoBenenHble uCCIEOBAHUA IIOKA3ATH, YTO
IJIsT OTpeJeNleHus MYyJIbTH(PPAKTATBHBIX CIIEKTPOB
MUKPOCTPYKTYPbI MOKHO HCIIOJIb30BaTh JII000H KO-
JIM4eCTBEHHBIN CTPYKTYPHBIN IIOKa3aTesb, HO IIpel-
MMOYTUTENbHEe TOT, KOTOPBIH 00eCrieYnBaeT MaKCH-
MaJIbHBIN AWANa30oH M3MEHEHUd YHCIeHHBIX 3Hade-
HUH MyJIbTUQPaAKTATBHBIX KOMIIOHEHTOB. B ciydae
cramu 15X5M — 5TO WIJIOTHOCTH TPAHHUI[ MUKPO-
CTPYKTYPHBIX 00bekTOB. CTpYKTypHAA Ierpagaius
CTa/IV TIPH JJTUTENHHOM SKCIUIyaTAIluHd B YCIOBHAX
BBICOKHX TEMIIEpaTyp U HANPAKEHUH COMPOBOKIA-
ercsi yKpPYIHEHHEM MHUKPOCTPYKTYPHBIX OOBEKTOB,
BBII€JIEHNEM AHUCIIEPCHBIX YACTHUI[ U UX O0BeAuHe-
HHEM B YIOPSAI0YeHHbIe KOMOMHAITUN, JTU MIPOIEC-
Chl MOKHO PacCMaTPUBATh KAK MEXaHW3M CBOETO
POJia TIPUCITOCOOIEHUST U COTPOTUBICHUS BHEIITHHUM
BO3JIEHCTBUAM.
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Kowmriexcubie MynbTrdpaKTaIbHBIE TOKA3ATEIH MUKPOCTPYKTYPHI cTann 15X5M

Complex multifractal indicators of steel 15Kh5M microstructure

Pesxum srcrmuryararuu

Mepa

i -1
Y nenbHBINA IEPUMETD Dy MEM

Y enbpHasa mI0IALb fyn

y/:[eanaﬂ IINIOTHOCTH

TeMH;PaC' I[;Bﬁ‘i}[me [IEPHMETPOB IPAHHUIL Gy, MEM L
Typa T; °© ) MITa
Ay Ky Ay Ky Ay Ky
20 1,37 0,0192 0,0412 0,1673 0,2761 0,0739 0,3191
430 1,37 0,2032 0,6524 0,2711 0,7183 0,1228 0,2842
800 1,37 0,0492 0,1726 0,2554 0,5434 0,1171 0,3556
800 1,37 (B3myTue) 0,0418 0,1612 0,2454 0,5211 0,2711 0,7578
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JKusyuecrn, pecypc u 6€30MaCHOCTh SKCILIyaTAIIMA KOHCTPYKIIMI OMPEIeISIOTCI CTEIIEHbI0 UX
IIOBPEIKIAEMOCTH, KOTOPAs IPeodIaIaromuM 00pas3oM periiaMeHTUPYEeTC HATUINeM U Pa3BUTH-
eM B MaTepuase aedexrros Tumna TpemyH. Ha ocHOBe pacueTHO-9KCIepUMEHTAIBHBIX JAHHBIX U
YUCIIEHHBIX pemeHHﬁ npezmomenm KHUHEeTHU4YeCKue 3aBUCHUMOCTHA paBBI/ITI/IH HOBerHOCTHbD( pas-
HOOPHEHTHPOBAHHBIX MOJIYSJITUITHIECKIX TPEIIUH C yYIeTOM aHU30TPOIINY CBOMCTB MaTepuasa.
ITomy4yens! pesynbTarTsl, HEOOXOAUMbIE JJIA HCCACIOBAHUN 3a1a4 KHHEMATHKY HEJIMHEHHON Me-
XAQHWKH CILIOIITHOM aHU30TPOITHON cpembl. [Ipenioimkenb! yToUHAIONMe IapaMeTpuIecKue ypas-
HEHWs COCTOSHUS YIPYTOIUIACTUIECKON Aed)opMaIOHHON anusoTponuu. IIpuBenensr pyHKIN-
OHAJbHbIE 3aBUCUMOCTH TIAPaMETPOB KMHETHIECKHX TUarpaMM MAaJIOITAKIOBOTO Pa3pyIIeHHs OT
MeXaHUYECKUX CBOMCTB MaTepHasa JJIf IIHPOKOT0 KJIACCa CBAPHBIX COENHMHEHHUH ayCTEHUTHBIX
Hep:KaBeIOINX IUKIndecku crabmibabix crased tuna 12X18H10T. Mcenenosanp! mporecch
PasBUTHA HAKIOHHBIX ITOBEPXHOCTHBIX MOIYIUIMITHUECKUX TPEITUH B KOHTHHYyMaX CBapHBIX
COEUHEHUN NpU HEIVMHEHHbIX IPAHUYIHBIX YCIOBUAX Harpy:keHud. [IpoBemeHbI pacyeTHO-3KC-
[IepUMEHTAIbHBIE U YUCIEHHbIE WCCAeOBAHUA HAIPSIKEHHO-1e(OPMUPOBAHHOTO COCTOSHUAS B
OKPEeCTHOCTH KOHTYpa KaK CTAIIMOHAPHBIX, TAK ¥ PACTYIIHMX TOBEPXHOCTHBIX IOy UIHITHYIE-
CKHUX IIPOUBBOJIBHO OPUEHTHUPOBAHHBIX B IPOCTPAHCTBE TPEIUH IIPU YIPYTOILIACTHYECKOM HO-
MUHAIBHOM ITAKJIAYECKOM HATPYKEHHH C yIeTOM aHHU30TPOIHH CBOMCTB Marepuana. [lomydeHo
(yHEIFOHATBHOE paclipeeieHre IapaMerpa HeOMHOPOIHOCTH MEXaHUIECKUX CBOMCTB MaTepH-
asia, BIMSIONIET0 HA HAKOIUIEHHE JIOKAIBHBIX IIACTHYECKUX HAed)opMaliiii ¥ Ha HApaBIeHue
Pas3BUTHSA YIPYTOILIACTHYECKOTO PA3pyIIeHus, IPeICTaBIeHHOe B BUle KHHETHIYECKOTO ypaBHe-
HHUSA HETMHEHHOU MeXaHUKH paspyuieHusa. Ha ocHOBe cpaBHEHUA SKCIIEPUMEHTATBHBIX PE3YIIh-
TATOB U YUC/IEHHBIX PACYETOB HAIPSKEHHO-Ie(DOPMUPOBAHHOTO COCTOSHUS 110 KOHTYPY HCCIIe-
JlyeMBbIX TPeIWH IIpU HeJIMHENHbIX KpaeBbIX YCIOBUAX Harpys:KeHUd IT0Ka3aHO XOpolllee Corvia-
COBaHHe MHTEHCUBHOCTEH OTHOCUTEIHHBIX YIIPYTOIUIACTHYIECKUX ed)OpMaIiiii B UX IOBEPXHO-
CTHBIX TOYKAX C y4eTOM [e(DOPMAIIMOHHON aHU30TPONMH. PacueTsl HA CONMPOTUBIIEHHE YIIPYTO-
IUTACTUYECKOMY Pa3pyIIeHHI0 3JIEMEHTOB OTBETCTBEHHOTO 000PYIOBAHUSA C YIETOM PACCMATPH-
BaeMbIX (DAKTOPOB HEIIMHEWHOM MEXaHUKW PaspyIleHus W HEeOIHOPOIHOCTH CBOMCTB IIO3BOJIAT
TIOBBICUTH TOYHOCTD OIEHKH MX ITPOYHOCTH, SKCILUIyaTAITMOHHbBIX PECYPCOB U KHUBYIECTH.

KoaroueBnble ci1oBa: I0KaIbHBIE YIIPYTOILIACTHYECKHE 1ehopMalivi; aHU30TPOIIHS CBOHUCTB Ma-
Tepuaia; CKOPOCTb PA3BUTHA MAJIOIHMKIOBBIX TPEIINH; TOBEPXHOCTHBIE HAKIOHHbIE TIOJTYJIIHII-
TUYECKHe TPEIUHbBL; KO3((HUIMEHT HHTEHCUBHOCTH e(POPMAITHii.

KINETICS OF THE MULTIDIRECTIONALITY OF ELASTIC-PLASTIC FRACTURE
WITH ALLOWANCE FOR ANISOTROPY OF THE MATERIAL PROPERTIES
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Survivability, service life and operational safety of the engineering structures are determined by their
damage rate which is mainly regulated by the presence and development of the crack-like defects in the
material. Kinetic dependences describing the development of multidirectional semi-elliptic surface cracks
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with allowance for the anisotropy of the material properties are proposed proceeding from experimental
data and numerical solutions. The obtained results are required in studying kinematic problems in non-
linear mechanics of a continuous anisotropic medium. Refining parametric equations for elastoplastic
deformation anisotropy are proposed. Functional dependences of the parameters of the kinetic diagrams
of low-cycle fracture on the mechanical properties of the material are presented for a wide class of welded
joints of austenite stainless cyclically stable steels (12Kh18N10T). The processes of developing inclined
semi-elliptic surface cracks in the continuums of welded joints under non-linear boundary loading condi-
tions are studied. We have carried out combined computational, experimental and numerical studies of the
stress-strain state in the vicinity of the contour of stationary and growing surface semi-elliptic cracks ran-
domly oriented in space under elastoplastic nominal cyclic loading taking into account the anisotropy of
the material properties. The functional distribution of the inhomogeneity parameter of the mechanical
properties of the material, which affects accumulation of the local plastic strains and direction of develop-
ing the elastoplastic fracture is obtained and presented in the form of the kinetic equation of nonlinear
fracture mechanics. Comparison of the experimental results and numerical calculations of the stress-
strain state along the contour of the cracks under study in nonlinear boundary loading conditions revealed
a good agreement between the intensities of relative elastoplastic deformations at their surface points
with allowance for the deformation anisotropy. Calculations of the elastoplastic fracture resistance of the
critical elements of the equipment with allowance for considered factors of nonlinear fracture mechanics
and heterogeneity of the properties can improve the accuracy of evaluation of their strength, service life
and survivability.

Keywords: local elastic-plastic deformations; anisotropy of the material properties; low-cycle crack prop-
agation rate; inclined semi elliptical surface cracks; strain intensity factor.

BBenenune

IJKCILIyaTAIMOHHBIH Pecypc, KUBY4eCThb, IIPOU-
HOCTB ¥ 0€30IaCHOCTh KOHCTPYKIIMI IIPYU HATUIHUH B
HUX CBAPHBIX 3JIEMEHTOB OIPENEIAITCA CTEIIEHBIO
MOBPEKIAEMOCTH, KoTopas IIpeobiazanimuM odpa-
30M perJaMeHTHUpPYeTCd HATUIUEeM U Pa3BUTHEM Jie-
(eKTOB THIIA ITOBEPXHOCTHBIX MOJIYIJIIUITHUECKHX
TPEIIyH.

Ilenas paboTbl — wHCcaeqOBAHHE KAUHETUKUA Pas-
HOHAIIPABJIEHHOCTH YIIPYTOILIACTHYECKOTO paspy-
IIIEHUA IIPU yueTe aHU30TPOIINU CBOHCTB MaTepuaia
Ha OCHOBE KPUTEPUEB HEJIMHEWHON MEXaHUKU pas-
pylieHus.

Ha panmbIii MOMEHT MaTeMaTHYeCKH 3aBep-
IIIEHHON TEOPHH POCTA TPEIHUH B CIUIONUIHOH cpeje
C y4eTOM HEOTHOPOIHOCTH (PH3HUKO-MEXaHUIECKUX
CBOMCTB HE CYIIIECTBYET.

ITonydensl yTOUHSIOIIIHE IIapamMeTpbl ypaBHe-
HHUA COCTOSHUS YIIPYTOILIACTHYECKOH med)opMaliu-
OHHOHM AHMU30TPONHUH W (PYHKI[HMOHAIbHBIE 32BHUCH-
MOCTH TIAPaMEeTPOB KMHETUYECKHX AHUarpaMM Majio-
IIUKJIOBOTO Pa3pyIIeHUA OT MEXaHUYECKUX CBOMCTB
Marepuaia AJA IIMPOKOTO KJIacca CBApPHBIX COEIH-
HEHUH ayCTeHUTHBIX HEPKABEIONUX ITUKINYECKU
crabuabHLIX cranei tuma 12X18H10T.

B pesynbrare uccieqoBaHuA pasHOHAIIPABIIEH-
HOCTH IIPOIIECCOB YIIPYTOIIJIACTHYECKOTO paspyIile-
HUA B KOHTHHYYME CBAPHBIX COeIUHEHUH IIPYU HEeJIH-
HEHHBIX I'PAHUYHBIX YCIOBUAX HATPYKEHUSI IIPOBE-
EHBI PACUYETHO-IKCIIEPUMEHTAIbHbIE U YHCIEHHBIE
KCCIEI0BAaHUA HATIPAKEHHO-Ie(pOPMHUPOBAHHOTO CO-
CTOAHUSI B OKPECTHOCTH KOHTypa Kak CTallHOHAap-
HBIX, TAK U PACTYIUX IIOBEPXHOCTHBIX IIOJIYDJIIUII-
THYECKUX IIPOU3BOJILHO OPHEHTHPOBAHHBIX B IIPO-
crpaHcrBe TpemwuH. [IpuBeneHo QyHKIHOHATBHOE

pacipeneneHue IlapaMeTpa HEOZHOPOTHOCTH Me-
XaHWYIECKUX CBOMCTB MaTrepuasiad, BIUIOIIETO0 HA
HAKOIUIEHHE JIOKAJbHBIX ILIACTHYECKHX 1edop-
Manuyi ¥ Ha HaOpaBjeHWe PasBUTHUA YIpPyroIuiac-
THYECKOTO pa3pylLIeHusa, IMIPeACTaBICHHOE B BHIE
KMHETUYECKOTO YPaBHEHUS HEJIWHEHHON MeXaHWKU
paspylieHus.

CpaBHeHUE 3SKCIEPUMEHTANBHBIX [MaHHBIX U
YUCIEHHBIX PACUETOB HANPIKEHHO-1e(OpPMUPOBAH-
HOTO COCTOSHUSA II0 KOHTYPY HUCCIEAYEeMbIX TPEIINH
II0KA3aJI0 XOpOoIllee COIJIACOBAHWE HHTEHCHBHOCTEH
OTHOCHTEIHHBIX YIPYTOILIACTUYECKUX JIe(POPMAaIiHii
B UX MOBEPXHOCTHBIX TOYKAX C yI4eToM aed)opMaIiu-
OHHOH aHU30TPOINH.

MeToabl HccCIeOBAHUA

Ilpu pelleHuu MOCTABIEHHON 3a/1a4d WCIIOJb-
30BaJI PE3yJIbTATHI, IIOIyYEeHHbIE PACUETHO-DKCIIe-
PUMEHTATHHBIMA U YUCIEHHBIMH METOIAMH HAa OC-
HOBe mporpamMmuOr0 Komiuiekca ANSYS, B 1emax
oTpejieNieHus HAIPSKEHHO-Te(POPMUPOBAHHOTO CO-
CTOAHUA TI0 KOHTYPY HAKJIOHHBIX IIOJIYJJIIUIITHYE-
CKHX TpeluH IIPpH HEJIMHEeUHBIX KpaeBbIX YC/IOBHUAX
HArpy/KeHUs.

B nmammoM wmcciemoBaHUM HPOBOMUIN HCIBITA-
HUA HA PaCTaKeHWe — CKaThe MPU CUMMETPUYHOM
[UKJIe HATPY;KeHUSI TPyOUaThIX CBAPHBIX 00pa3IoB
(BuemHuit guamerp D = 50 MM, BHyTpeHHUH —
d =30mm) cramu tuma 12X18H10T c¢ mamecen-
HBIMH HA BHEIIHIOI ITOBEPXHOCTh Pa3HOOPHUEHTH-
POBaAHHBIMH  IONYJJUITUIITHUYECKUMH  TPEIUHAMU
(puc. 1). HMcxomublie TpeIiuHbl HAHOCHIHN 3JIEKTPO-
SPO3UOHHBIM METOOM U HCCIETOBAHUSA IPOBOIUIN
corsacHo MeTonuke [1].
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Puc. 1. Cxema HaHeceHUsT UCXOTHBIX HAKIIOHHBIX IIOBEPXHO-
CTHBIX TOJIYSJIANITHYECKHUX TPEIIWH HA pasBepTKe BHEIIHeH
0GOKOBOH ITOBEPXHOCTH ITMIMHAPWIECKOr0 CBApPHOTO obpasia
cramu 12X18H10T

Fig. 1. Scheme of applying initial inclined semi-elliptic sur-
face cracks on the involute of the outer lateral surface of a
cylindrical welded steel specimen 12Kh18N10T

PesyasTarsl padoThl H UX OOCY:KIEHHE

B pa6orax [2 - 10] mokasamo MojeaupoBaHue
IIOBEPXHOCTEH YIPYTOILIACTHYECKOTO pas3pyIIeHUI
IIpU MaJIOIMKIOBOM Harpy:xenun. Ha pwuc. 2, co-
rimacHo [8], rpadmueckn IpeacTaBaeHa pacyeTHAs
TIOBEPXHOCTH PaspylieHus Pa3HOOPHEHTHPOBAHHBIX
MAaJIOIUKIOBBIX MOIYJUIMITUYECKUX TPEIUH, a
TaKKe KOHEYHO-3JIEMEHTHASA MOJENb IIOJy3JIIUITH-
YECKOU TPEIUHBI U I0JIe YIPYTOILUIACTHIECKUX Je-
dopmarmii B ee MOBEPXHOCTHON TOYKE IIPU OTHOCH-
TEIbHOM HOMWHAJIBHOM HATPAKEHUM PACTIKEHUA
G ,; = 1,33, nomydeHHbIe YUCIEHHBIMU pacdeTaMU C
MOMOIIBI0 TTporpammHuoro Komiuiekca ANSYS [7].
37ech ¢ — TOMIWHA CTEHKU IUIUHIPUIECKOTO 00-
pasua; b u ¢ — Manas u 60NIbINAA TOIYOCH ITOIYdJI-
JIUNTUYECKOH TPEIIUHBL.

IloBpe:xmeHHOCTh 32 PEAKUM HCKIIOYEHHEM He
HAOIIOMAIN ¥ He U3MEPSIId, & U3MEHEeHHe MeXaHu-
YeCKUX CBOMCTB OOHAPYKMBAIU IIPH OTKIUKE Teja
Ha Pa3IuIHbIe BHEIITHUE BO3IeHCTBUS.

HsBectHo, 4yTo B MexaHHWKe 1e)OPMHUPYEMOTO
TBEPZOTO Teja IIPOIleCC MOBPEKIEHHOCTH YUUTHIBA-
eT W3MeHeHHe CBOWCTB MaTepuaia B pes3yirbrarTe Ha-
KOIUIEHUA Pa3HbIX BUAOB IOBPEKIECHUN A JIMHEN-
HO-yIIPYTOTO MaTepuajia ¢ PpacCeIHHBIM II0JIEM MUK-
pofepeKTOB WiIM AHU3OTPOIHH CBOYMCTB COTJIACHO
ACHUMIITOTHYECKOMY B3aKOHY YCTAJIOCTHOTO POCTa
TperuHsl [2]:

0;j = Cymwey, (1)

rze 0y, €; u Cjj;; — KOMIIOHEHTBI TeH30pa Halpske-
HU, neopManuii ¥ HAYAIBHOH KECTKOCTH; | —
IIOBPEXAEHHOCTD.

0

Puc. 2. I'paduueckoe mpespcraBieHne pacyeTHOR MOIETH

[IOBEPXHOCTEH  PAa3HOOPUEHTHPOBAHHBIX  MAaJIOI[UKIOBBIX
[IOBEPXHOCTHBIX TpeuwH (a), rge A — pacdyerHas [IOBEPX-
HOCTH TPEL[UHbl; B — KOHTYpP peanbHOM [IOBEPXHOCTH Tpe-
muHbl; C — TOYKH peaTbHOM II0BePXHOCTH TPEIUHEL; biby =
= l;, = 2a, = I;,; a0, = 2ay; ok = b*; ok, = b, = I;,; ok, =
=1b,; ob; = a*; 3i)ld =r* b,c =r (@), a TakKe KOHEIHO-dJIe-
MEHTHas MOJEIb IOLYIUINITHIECKOH TPEIIUHbI ¥ II0Je
YIPYTrOILIACTAYECKUX Jed)OPMAIUi B €€ [IOBEPXHOCTHON TOY-
ke mpu b/t = 0,15, bja = 0,714, e; = 1,843 - 103, 5,;, = 1,33,
MAKCHMAJIBHON OTHOCHUTEIBHOM HHTEHCHBHOCTH aedopma-
U &; = 320 (6)

lmax

Fig. 2. Graphic representation of the calculation model of
the surfaces of multidirectional low-cycle surface cracks,
where A — calculated crack surface; B — contour of the real
crack surface; C — points of the real crack surface. bb; =
=1, = 2a, = I,; a0y = 2ay; ok = b*; ok, = b, =1 ; ok, =
=b,; 0b; = a™; gld =r* b,c =r (a), as well as the finite ele-
ment model of a semi-elliptical crack and the field of
elastoplastic strains at the surface point at b/t = 0.15,
bla = 0.714, eq; = 1.843 x 103, 5,; = 1.33, the maximum
relative strain intensity ;. ,. = 320 (b)

IIpm nsmeHeHny mapaMerpa P MOMKHO HOIYIUTH
(pyHKIIMOHATIBHYIO 3aBUCHMOCTh POCTa YCTATIOCTHOH
TPEIUHBI 110 3aKOHY

dy o, " 1
Bk SRS S mpu (0, > 0y,wY), (2)
I ( v J ym p th Y

rne N — 49ucio nuKIoB; ¢, m, n (n > m), y, Oy, —
MTOJIO/KUTENbHBIE KOHCTAHTHI MATepUaa;

G, =,|—S8

c Zijs

ij ’
8;j = 0;; — 0;0,//3 — KOMIIOHEHTHI IeBHATOPA HAIPA-
SKeHUH.

B pesynbrare cKopocTb pocTa TPEUIMHBI MOKHO
OLIEHUTDH (PYHKIIHEH

di.. _
Uk _cAK P, (3)
dN

rae d/;;;,/dN — cKopoCTb TPeIUHBI B COOTBETCTBYIO-
II[eM HaIlPaBJIeHUHU IIPOCTPAHCTBa; N — YHCIO IIUK-
0B Harpy:xenus; ¢ = f(n, m, p, 6 ;;, €;) — HEKOTO-
pas QyHKIMSI KOHCTAHT MAaTepuayia M yCIOBHH Ha-
Tpy#eHus; [, — IIMHA TPEIIUHBI B COOTBETCTBYIO-
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Puc. 3. 3aBuCHMOCTH CKOPOCTH POCTA MAaJIOIMKJIOBBIX Ha-
KJIOHHBIX ITOJIy3ITUITUYECKUX TPEIINH B CBAPHOM COeJUHe-
uuu obpasna cramu 12X18H10T or pasmaxa MHTEHCHBHOCTH
JIOKQJIBHBIX YIPYTOIIACTHYECKUX OTHOCUTENBHBIX Jedopma-
IIUH B UX MOBEPXHOCTHOM TOUKe mpu @ = O my = 0.

Fig. 3. Dependences of the growth rate of low-cycle in-
clined semi-elliptic cracks in the welded joint of a
12Kh18N10T steel sample on the magnitude of the intensity
of local elastoplastic relative deformations in the tip at
¢=0andy=0.

IIleM HAaIpaBIeHHH KOOPAUHATHBIX ocel; AK , —
pasMax OTHOCUTEIBHOTO KOB(PUI[HEHTa WHTEHCHB-
Hoctu Hanpsaxenuit; a — I, I, III momemnu paspyiie-
uusa. Popmyrna (3) nmpu p = 2 MO CBOEH CTPYKType
AHAJOTHYHA 3aKOHY YCTAJIOCTHOTO POCTa TPEIHUHBI
IIspuca — Ipporana.

Jl7s1 pocTa yCcTaIOCTHON TPEIUHEI IPeicTaBIIe-
HO JIOCTATOYHO MHOTO BAPHUAHTOB (PYHKITHI, XOPOIIIO
OIIMCHIBAIOIIUX JHUATPAMMY YCTAJIOCTHOTO paspylie-
HUs, HA OCHOBE aHAIUTHIECKOHA 3aBUCUMOCTH

dr

W F(oy, 1, Cy, ..., C), (4)

i
rje I — paguyc-BeKTOp, IPOBEIEHHBIA B TOYKY KOH-
Typa TpemuHbl; C; — KOHCTaHTHI.

IIpu HenMHENHBIX TPAHUYHBIX YCIOBUAX HATPY-
JKEHHUA CKOPOCTH POCTa MAJIOIIUKJIOBBIX TPEIHH CO-
rJ1acHO 1e)OPMAITHOHHBIM KPHUTEPUIM Pa3pyIIeHus
[3 — 4] moskeT OBITH OIIpee/ieHa Yepes pasMax OTHO-
CHUTEeTTbHOTO K03(hhuIIeHTa HHTeHCUBHOCTH Jiechop-
maruit AK ®, B cooTBeTcTByMOmEM HOMyIUKIE Ha-
TPyKeHU:

dl., _
9k _c _AKF, (5)
dN

rneC,; =1/ 2Tcé?i; Yoi = 2 — XapaKTEePUCTUKN MaTe-
puaa B JaHHOM €ro TOYKe U MPHU ONPEeeIeHHbIX yC-
TIOBUAX HATPYWKEHU, € ; = ej/e, — WCTHHHAT OTHO-
CHTelbHAs paspylanmEas nedopMaris B JOKaIb-
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Puc. 4. OxkcniepuMeHTANbHBIE BEIWYUHBI YIIPYTOILJIACTHYE-
ckux ned)opMaIruii B 3aBUCUMOCTH OT PACCTOSHUSA OT TOYEK
BEPIIUHBI KOHTYPA HOJIYJUIMITHIECKONH TPEIUHbI, HAXO05-
me¥ica B 30HE TEPMUYECKOTO BIUAHUA (TOUKH), U aHAJIOTHI-
HbIE YHCJIEHHbIE 3aBUCHUMOCTH (JIMHUM)

0 14 2.8

Fig. 4. Experimental values of elastoplastic deformations
depending on the distance from the tip of the semi-elliptic
crack located in the heat-affected zone (points), and corre-
sponding numerical dependences (solid lines)

HOH 30HE BEPIINHbBI TPEIIUHEI (e,; — JOKaIbHA Je-
dopmarus Ha mpezenae TEKydeCTH B JAHHOM TOUYKE,
e; — WCTHHHAfA JIOKaIbHAA paspylnaiomas nedop-
MAaIs B TOYKe 00beMa).

Il 1151 yIIpyroImiacTHUYeCcKnux TeJ ¢ TPELIUHOHI B yc-
JIOBUAX pa3BHTOfI IIJIACTUYHOCTU 3HepI‘eTI/I“IeCKI/Iﬁ
KpUTEepHi paspylileHus (T.e. yCJIOBHe Hadaja pac-
MIPOCTPaHEeHHUA TPEIIUHBI) — IOCTHIKEHUHU J-uHTe-
rpajia CBOEro IpejeIbHOT0 3HAYEHUs oJ,, SIBIIIOIIe-
rocsi XapaKkTepPUCTUKOM MaTepuaa, (popMyIHPyeTcs
ypaBHEHHEM

1 ou;
J—Glus-»dxz -T.—tds=dJ,,
2 vy ' ox
C 1
roe T; — mpuioeHHbIE K GeperaM TpeIIMHbI Ha-

TPY3KH; U; — TepeMeIleHus.
CormnacHo nedopMaIMOHHBIM KPUTEPHUIM Pa3py-
uieHus [3 — 4], pa3BUTHE TPEIIUHBI B TOUKE ee KOH-
Typa IMPOUCXOIUT B MOMEHT JOCTHIKEHUSI WHTEHCUB-
HOCTH YIIPYTOILIACTUYECKOH ne)OPMAIUU e; BeH-
YWHBI MCTHHHOM paspylIiawlei aedopMmamun er B
9TOM K€ TOYKe, 3aBUCAIIEH OT 0OGBEMHOCTH HAIPS-
JKEHHO-1e(DOPMUPOBAHHOIO COCTOSHHS B JAHHOM
MUKPOOOHEME BEPIIHHELI KOHTYPA TPEI[UHBL:

€; =€f.

Pacmipenenenre 3THX JIOKAIBHBIX pPas3pylIao-
mux qedpopMaIiuii Ha KOHTypPe II0OBePXHOCTH TPEIIIH-
HbI U (POPMHUPYET TPACKTOPHIO €€ PA3BUTHS B IIPO-
crpauctse [1,4 -6, 8 - 9].
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OcHOBHOE ypaBHeHWE KWHETUKUA PA3BUTHSI Ma-
JIOIIMKJIOBOTO paspyinenus [3 —4] Ha ocHose (5)
UMeeT CIeAYIOIIUI BU/I;

dl..
gk _ 5"

rie Ae; = Ae,/e,; — pasMax HHTEHCHUBHOCTH OTHOCH-
TENbHBIX YIPYTOILIACTUYECKUX JedopManuii Ha
KOHTypPe TPeIUHEI; e,; — AedopManusa Ha Ipefese
TEKy4eCcTH B JAHHOW TOYKEe CBAPHOTO COEMUHEHWU,;
C, v n,, — XapaKkTepHCTHKA MaTepHaia M yCTOBHH
Harpysxenus. [Ipyu pasBUTHIX yIPYrOILIACTHIECKUX
neopmanusax ypaBHeHue (6) XOpOIIO OMHCHIBAET
pe3yabTaThl  YKCIEPUMEHTANBHBIX HCCIeIOBAHUMN
(puc. 3) mpu mapamerpe n,; = 2.

ITonyuenubie sKcriepuMeHTATbHbBIE YIPYTOILIA-
crudeckre med)OpMaIiy B IMOBEPXHOCTHBIX TOYKAX
HAKJIOHHBIX TOIYSTUIITHYECKAX TPEIUH XOPOIIIOo
COTJIACYIOTCA C [AHHBIMH YHCJIEHHBIX PACUYETOB
(puc. 4), TPOBOAMMBIX C IIOMOIIBIO IIPOrPAMMHOTO
rommnexca ANSYS [7].

Ha puc. 3 mpuBeneHb KUHETUYECKHE TUATPAM-
MBI MAJOIUKIOBOTO PA3PYIIEHUS — 3aBUCHUMOCTH
CKOPOCTH POCTA MAJOIMKIOBBIX IOy JIITHIITHYE-
CKMX TPEIWH B CBAPHOM COEIWHEHWHU o0pasiia OT
JIOKAJIBHBIX YIPYTOIIACTUYECKUX OTHOCHUTEIBHBIX
meopManuii B WX TOBEPXHOCTHBIX TOYKAX IIPH
¢ =0.

Ha ocHoBe sKcIiepuMeHTANBHBIX PE3yIbTATOB U
YUCIEHHBIX PEIIeHUH MPeIIOKeHa SMITUPUIECKAST
3aBUCHMOCTh IPOCTPAHCTBEHHOTO pACIIPEIeTIeHHs
napamerpa C,; B o6beMe CBAPHOTO COCIUHEHMA OT
OTHOIIIEHUS IPeesa MTPOYHOCTH Oy; K MPeIesy TeKY-
YECTH MaTepuayia O, B COOTBETCTBYIOIINX TOYKAX
COEMHEHNUS:

Cej = a1(04/0) — ay, (7
rae a; = 5 - 1070 m/uukr; ay = — 5,75 - 1072 M/mukL.

I nsa ocaoBuoro Metasta 12X18H10T uccnexnye-
MOTO CBAPHOTO COUHEHWUS IIPEeN TeKYIECTH Oy =
= 280 MIla, wmoxmyns ympyroctu E,= 1,98 X
x 105 MIla, npexen mpouHoctu o,y = 578 Mlla,
mpenes TeKydecTu e,, = 1,41 - 1073,

Takum o06pasoM, HA OCHOBAHWUU pPe3yJIbTaTOB
MIPOBEIEHHBIX HccIemoBaHuii u pabdor [3 —21] oc-
HOBHOE ypaBHEHHE Pa3BUTHA MAaJIOI[UKIOBOTO pas-
PYIIEHHUS ¢ y4eToM (PU3UKO-MEXaHWIECKON HEeOoIHO-
POIHOCTH MaTepwaja MIUPOKOTO KIacca ayCTeHUT-
HBIX HEPIKABEIOIINX IUKINYECKH CTAOWIBHBIX CTa-
Jeft MOKeT ObITh 3aMKCAaHO B BUJIE

dl,, A | )
ok _| g, 78 _q, |(Ag] sin? )2, ®8)
(¢}

dN

T

e B¥, Aé; — pacueTHbIH yToa HAKIOHA MOJETHPO-
BaHHOMU IIOBEPXHOCTH Pa3pylIeHus U pa3Max HHTEH-

CHUBHOCTH OTHOCHUTEILHBIX YIIPYTOILJIACTHYECKHUX JIe-
dopMainii B KOHKPETHON TOYKE CBAPHOTO COEIUHE-
HHS Ha KOHTYpPE TPEIUHEI.

JKCIepUMEHTAIbHBIE 3HAUYEHHS PasMaxoB WH-
TEHCHBHOCTEH JIOKAJBHBIX OTHOCHUTEIBHBIX YIPYIO-
nnactrdeckux nedopmanmit Ae; = Ae; /e,; momyde-
HBI C yYETOM MATEMaTUIECKOHM MOJEIN IPOCTPAHCT-
BEHHOTO pacIIpe/ie/IeHns IIPeiesia TEKyIeCTH B CBap-
HOM COeuHeHuu o,; = f(x,y, z) [6].

IIpencrasnenunas B pabore [9] maTremaruueckas
MOJIeNIb paclpeie/ieHnus MeXaHnIeCKUX CBOMCTB Ma-
TepHaia HCCIENyeMbIX CBAPHBLIX COENUHEHHN I
[IHPOKOTO ayCTEeHHTHO-HEPIKABEIOI[ero Kjaacca Cra-
nett Tuna 08X18H10T u 12X18H10T mossomaser uc-
MOJIb30BAaTh OOBEMHBIE IIOJIT WX PACIpPEeIeIeHMUs.
OyHKIUN U3MEHEHN OTHOCUTEIbHBIX HATIPIKEHNA
TEKYy4eCTH G ,; = 0,;/0,9 H IPOYHOCTH G ,; = Oy;/0y B
PasIMYHBIX TOYKAX 00beMa IIPeICTABIECHBI HUIKE.
Taxk, 6,; 10 06BeMy cBapHOro IIBa (CII), BKIOYATL
ero JUHUIO (30HY) criaBjaeHus (Jic), — ypaBHEHHEM

2 2 2
G, = Al[f) +A, (‘f) +A3(§j +A, 9

B 30He Tepmudeckoro BiaudguHusg (3TB) csapnoro
1IIBa — ypaBHEHUEM

2 2
G, = Bl(fj + B, Kfj+33} +1, (10)

roe 3sHavenus koaduimenTtoB A, u B;, Trme
1 =1,2, 3,4, 3aBUCAIIAX OT MHOTOYHUCIEHHBIX IIa-
pameTpoB cBapku, npuBenensl B [6]; X, Y, Z, t — co-
OTBETCTBEHHO KOOPAWHATHI TOYKHA CBAPHOTO COEIH-
HEHWs U ero TOJIIHHA.

H3MmeHeHHsI OTHOCUTEIBHBIX HANPS/KEHWH IIpe-
Jejia MPOYHOCTA B COOTBETCTBYIOIIUX TOYKAX O0b-
eMa Marepuana [6] ommMchIBAIOTCS CIIELyIONUM 006-
pasom:

I MeTajljia IIBa ¥ JWHWU CIUIABICHUA —
ypaBHEHHEM

2
G, =By| D, +D2(IZ—O,5) +

2 2
oTos (X7

I7IS 30HBI TEPMUYECKOT0 BIUAHUA, BKIIOYAT JTHHUIO
CILIaBJIEHUS, — YPaBHEHUEM

2
G, =By D, +(D5 +Dyg IZI‘Z(—GB) , (12

rue napamerpsl D, (mpu i = 1 - 6), By u 0, npuBene-
HEBI B [6].



«3aBoackada maboparopusa. [[marnocruka marepuaiaon». 2020. Tom 86. Ne 1 49

YpaBHenue (8) onuchbiBaeT KMHETUIECKYIO IHa-
rpaMMy MAaJOIIMKJIOBOTO Pa3pyIIeHUs CBAPHBIX CO-
eMHEeHU TIPYU HAIWYWK HAKIOHHBIX C mMpeobiama-
IOIMM IIEPBBIM TVIABHBIM HOMUHAJIBHBIM HAIpKe-
HHEM ITOBEPXHOCTHBIX MOIY3IIANTHIECKUX TPEIIH
C ydYeToM AaHM30TPOIUU CBOHCTB. OKCIEPHUMEH-
TaJbHBIE PE3YJbTATHI IIOCTPOEHUSI KUHETUIECKOU
qUarpaMMbl  YIPYTOIJIACTHYECKOTO Pa3pylIeHUd
TaKKe IIOKA3bIBAIOT, YTO MCXOJHBIE OCTATOYHBIE
HaIIpS)KEHUS CBApKW He OKAa3bIBAIOT IIPHUHITUIIH-
aTBbHOTO BJIMAHUA HA PA3BUTHE TPEIIUH IOCTIe He-
CKOJIBKUX JIECATKOB IIMKJIOB YIIPYTOILIACTUIECKUX
HarpyxeHuu.

IIpencraBnennbie Ha puc. 4 pes3yabTAThI IIOKA-
3BIBAIOT XOPOIIlee COTIaCOBAHUE PACUYETHO-DKCIIEPH-
MEHTAJIBHBIX U YHCIEHHBIX 3aBUCHUMOCTEH OTHOCH-
TEJIbHBIX MHTEHCUBHOCTEH yIPYTOILIACTUIECKUX JIe-
thopmariuii e; B6IM3H KOHTYpa MOIYdIIAITHIECKOH
TPEIIUHbI, HAXOAIIEHCA B B30HE TEPMUYECKOTO
BIIUSHUA, OT OTHOCUTEIHLHOTO PACCTOAHUA OT TOYEK
BEPIIUHBI KOHTYpA 1/t (r — paccrosHue, { — TOJIIIIH-
Ha CTEHKHU 00pasiia) Jjsd IMIHPOKOT0 JHUAa30Ha Teo-
METPHH TPEIUHbI; G ,; = 0,;/0,; — HOMHHAIBHOE OT-
HOCHUTEJIbHOE HaIIpSKEHUe.

Ha ocuoBe aHanm3a IpoBeeHHbBIX SKCIIEPUMEH-
TAJbHBIX U YHUCIAEHHBIX HCCIETOBAHUM IIOIyIEHbI
KOJIMYECTBEHHAA OIIEHKA KWHETHKHU II0JeH JIOKAJb-
HBIX YIPYTOIUIACTHYECKUX JedopMaliuii B TOYKAX
KOHTypa (ppoHTa mcciaeayeMbix Tpemmu [1—21] u
000061TIeHHAsA HArpaMMa MAIOIUKIOBOTO paspylie-
HAS C Yy4eToM Je(POPMAIMOHHOM AHH30TPOIUU
CBOMCTB MaTepHuaa.
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B pamkax Hay4HO-TEXHHYECKUX PAOOT IO CO3JAHHUIO IIEPCIEKTUBHBIX KOHCTPYKIHH pediexro-
POB KOCMHYECKHX AHTEHH IIPOBEIEHbI DKCIIEPIMEHTAIbHbIE HCCIeI0BAHNA IOIUMEPHOTO KOM-
mo3uTHOro Marepuana ¢ 3dgexrom mamatu ¢gopmbl. VccaenoBaHHBI MaTepuaa COCTOUT U3
Tpex cI0eB yrieponHoi ouakcuanbuor Tkaau Cr 12073, mponuTaHHbIX IOJIUMEPHON MATPHUIEH
Diaplex MP5510 nHa ocHoBe mosryperana. [l aHHbIi MaTepua npeqHasHadeH i U3TOTOBIICHUS
LIIIAHTOyTa, IPUMEHAEMOT0 B KOHCTPYKITUH IIPEI[M3UOHHOT0 KOMITO3UTHOTO pedpiIeKTopa KOCMU-
yeckoi anTeHHsbl. [[lnanroyr npu packpsrrun pedieKTopa B TPAHCIIOPTHOE IIOJI0/KEHNE IIPHHI-
MaeT paHee 3a[aHHYI0 (OpPMY IIOCPEICTBOM HATPEBA, YTO [TO3BOJIAET YBEIUIUTD JKeCTKOCTH 000-
JIOYKH pediekTopa Ha IePU(EPUH U IOBBICUTH TOYHOCTH OTPAKAIOIIEH ITOBEPXHOCTH. [ 1 u3y-
yeHus1 PYHKIIMOHAIHHBIX ¥ MEXAHUYECKHUX CBOMCTB MAaTEPHAJIA IIIIIAHTOYTA IIPYU €r0 U3TOTOBJIe-
HUW ¥ PA3INYHBIX PeXUMax paboThl ObLIM IPOBENEHBI WCIBITAHUA 00pA3IIOB C PA3IMIHBIMHU
cxemamu apmuposanud: [05], [0/£60] u [0/£45]. MccnenoBanu cTereHb (hHKCAIHY, CTEIIEHD BOC-
CTAHOBJIEHU U CKOPOCTh BOCCTAHOBIEHUS (DOPMBI B 3aBUCHMOCTH OT CXeMbI apMHUPOBAHU, CKO-
poctu ed)OPMUPOBAHUA U BPEMEHU BBIIEPIKKH B J1ed)OPMUPOBAHHOM COCTOAHMHU. Il HTOrO
ObL1a paspaboTaHa IporpaMMa HCIBITAHUN 00pasIoB, KOTOpas BKJIIOYAIA HECKOJIBKO JTAIIOB.
Ha nepBbix sTanax IpoBOIMIINA UCIIBITAHNS Ha (DUKCALIMIO U BOCCTAHOBIIEHHE (DOPMBI IIPU TPEX-
TOYEYHOM H3TH0e ITIOCKUX 06pAa3IioB IIPH CKOPOCTAX AedopmupoBanus 1,5 u 10 Mm/c 1 BpemeHH
BBIIEPKKY B 11e()OPMUPOBAHHOM COCTOSTHUY B Teuenue 24, 48 u 96 4. ITo pesyspraram ucrbira-
HUU MaTepHas co cxeMoH apMmupoBaHuf [03] NPUHAT KAk ONTUMAJIBHBIM AT HU3TOTOBIIEHHA
IIIIIAHTOYTAa, IIOCKOJIBKY MMeN MaKCUMAaIbHbIe CTeIeHb U CKOPOCTh BOCCTAHOBIeHU hopMblL. Jliis
BBIOPAHHOTO MATEPHAIIA HA 3aKII0INTEIHFHOM STalle HCCAeOBAHUH OIIPeAeIsii MOIYIb YIIPYTO-
CTH U IIpefiell IIPOYHOCTH IIPY PA3INYHBIX TEMIIEpaTypax sKCITyaranuy mmanroyta: —50, +20 u
+60 °C. IIpoBenennbIe ncCIeOBAHMS [TOKA3AIIN, YTO UCCAEMOBAHHBIN KOMIIO3UTHBIA MATEPUAT
obamaer TpebyeMbiM ddyperToM maMaTH GOPMBI U SABIAETCH MEPCIEKTUBHBIM JJI U3TOTOBIIE-
HUA IIIIAHTOyTa IIPH YCIOBUY IPUMEHEHH TeILIOU30IAIUH.

KaroueBsble ciioBa: KOMIO3UTHBIM MaTepUAT; IaMATh (OPMBbI; pedIeKTOp; UCIBITAHUS; MeXa-
HHUYECKHe CBOMCTBA.
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Experimental study of the shape memory polymer composite is carried out as a part of scientific and tech-
nological work aimed at development of the new promising reflectors for space antenna. The studied ma-
terial consists of three-layered carbon biaxial fabric St 12073 impregnated with a polyurethane-based
Diaplex MP5510 polymer matrix. This material is intended for manufacturing a frame used in the con-
struction of a precise composite reflector of space antenna. When opening the reflector to the transport po-
sition, the rim activated by heating recovers a previously specified shape thus increasing the rigidity of the
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reflector at the periphery and enhancing the accuracy of the reflecting surface. To study the functional
and mechanical properties of the rim material in manufacturing and operating conditions, experimental
tests were carried out on the samples with different schemes of reinforcement: [05], [0/%60] and [0/+45].
The main goal of the study is to determine the degree and rate of the shape recovery, reinforcement
angles, deformation rate and exposure time in the strained state. The developed test program included
several stages. At the first stages, tests were carried out for fixing and restoring the shape upon three-
point bending of flat samples at a strain rate of 1, 5, and 10 mm/sec and exposure of the specimens in de-
formed state for 24, 48, and 96 h. According to the results the material with the reinforcement angles [05]
was accepted as optimal for the rim design, as it has maximal shape recovery parameters. For the selected
material at the final stage of the study, the elastic modulus and tensile strength were determined at oper-
ating temperatures —-50, +20, and +60°C. The tests showed that the studied polymer composite material
has the desired shape memory properties and is promising for the rim manufacturing provided the heat

insulation during operation.

Keywords: composite material; shape memory; reflector; testing; mechanical properties.

BBenenue

KommosurHubie marepuanbl Ha OCHOBE ITOJIH-
MEpPOB C MaMATHIO (POPMBI HAXOAAT Bce OOJIbIIEe
IpUMEHeHHe B COBpeMeHHOH TexHuke [1,2]. Atu
MaTepuasbl, HCIOBIThIBAsA 0oJblnne maedopMalum,
CII0COOHBI BOCCTAHABIUBATH (pOPMY IIPU yIIpaBiie-
MOM aKTHBHUpPYIOIeM BosmeicTBuu [3]. AxTHBaIius
a(pperra mamaTH POPMBbI IJIsT PA3TUIHBIX THUIIOB I10-
JINMEPOB C MaMATHI0 (POPMBI MOKET IIPOHCXOAUTH
[IpY BO3JIEICTBHUU TEMIIEPATYPHI, 3JIEKTPOMATHUTHO-
ro UBJIyYEeHUsA, XUMUIECKOTO BO3mercTud [4].

B oramyme oT MeralsnMdYecKux CILUIABOB C IIa-
MATHIO (POPMBI, KOTOPbIE MMEIOT BBICOKOTEMIIEpa-
TYPHYIO ayCTEHUTHYIO ¥ HU3KOTEMIIEPATYPHYIO Map-
TEHCUTHYI0 (hasbl, B IOJUMEPAX TEPMOAKTUBHUPY-
eMbI adeKT maMaTy hOpMbI pearnsyercsa 3a CUeT
«3aMOPOKEHHBIX»  BBICOKO3JIACTHYECKUX  maedop-
marmii. [lpu HavampHOM JEehOpMHUPOBAHUHU B MaTe-
puasie samacaercsi yupyrad 9Heprus, KOTopas BbI-
CBODOKIAeTCS 3a CUEeT TeIIOBOTO BO3IEHUCTBHUSA IIPH
TeMIIepaType CTeKJIOBAHUS OJUMEPHOW MAaTPHIIHI,
YTO IPUBOJUT K BOCCTAHOBIIEHHIO UCXOJIHOH (pOpMBI
Tena [5].

Biaromapsi cBorM cBO#CTBaM ITOTUMEPHBIE KOM-
TIO3UTHBIE MATEPHANIBI ¢ 3P PEKTOM MaMATHA (POPMbI

dopmooOpasyrommas B BUIE
TOHKOM KOMITO3UTHOM 000JI0UKH

KpoHrreiinsl kperieHus GopMoodpasyromeit

SBJIAIOTCS TIEPCIEKTUBHBIMHY JIJISI CO3TAHUS DIIEMEH-
TOB KOHCTPYKIIMI KOCMHYECKHMX ammapartoB. Hx
OTHOCHUTEJIbHO MaJjiad IIJIOTHOCTb, BBICOKHE MEXaHH-
YeCKHe W IPOYHOCTHBIE CBOMCTBA COBMECTHO CO CITO-
COOHOCTBI0O BOCCTAHABIHMBATEL paHee 3amaHHy0 op-
My TO3BOJISIOT CO3[IaBATh YHUKAIbHBIE TEXHHUECKHE
W3/leNus, TaKue KaK SJIeMEeHTHl pPa3BepThIBAeMOH
CTpenbl HA CIYTHHUKE, BHKIIOYATENH JJIsI PA3BEPTHI-
BaHUA COJMHEYHBIX 6Garapeil, HIeMEHTHI KECTKOCTU
pedexkTopa KOCMHUYECKON aHTEeHHBI, KAPKAC HAIyB-
HOTO JIyHHOTO MoAyJd [6 — 8]. OxHo u3 HUX mpuMe-
HAETCS B TIEPCIIEKTUBHON KOHCTPYKITUY TIPEIM3UOH-
HOTO KOMITO3UTHOTO pedIieKTopa KOCMUYECKOW aH-
tenubl, paspadarsieaemoro AO «MCC» coBmecTHO ¢
Cubl'Y um. Perernesa mpu y4acTuu CIEIIHAIUCTOB
CKTB «Hayra» UBT CO PAH [9 - 11].
Kouerpyxmusa pedyrexropa mpencrasisier co0oi
TOHKYIO KOMITO3UTHYIO O0OJIOUKYy amamerpoMm 4 M,
3aKpEIIEHHYIO TIOCPEICTBOM KPOHIIITEHHOB HA IIIEeCT-
Haamnaru coumax (puc. 1). Ilo mepumerpy obomouru
YCTaHOBJIEH IMITAHTOYT C IAMATHIO (POPMBI, KOTOPBIH
IIpU packpbiTun pedrerropa (pabouee MONOKEHHE)
AKTUBUPYETCS IIyTEM HATPeBa W IMPUHUMAET paHee
3agaHHy0 opMy. OTO IO3BOJIAET YBEJIHUYUTD JKECT-
KOCTB 000JI0YKHM HA ee repudepuu u, Kak CIeICTBHUE,

[IImanroyT u3 Marepuaia ¢ HaMAThI0 HOPMBI

VIIemacTUKOBBIE CITHIIBI

Puc. 1. Koucrpyxriusa pediekTopa KOCMUIECKON aHTEHHBL: @ — pabouee IIOTI0KeHNe; 6 — TPAHCIOPTHOE IIOTI0KEeHNe

Fig. 1. Design of the space antenna reflector: a — operating position; b6 — transport position
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(DOpMOO6p3.3y10H1aSI}\

Kpennenue —s, 7\

nanroyr

Puc. 2. Ilpunnun paboTs! MIIAHTOyTa € IaMATHI0 (DOPMBL: @ — (HOpPMOBaHEe IIMAHTOyTa; 6 — KpeIlyieHue IIIaHroyTra K gop-
Moob6pasyromeli; 6 — (pUKcaIua BpeMeHHOH (hOPMBI B TPAHCIOPTHOM IIOJIOKEHUH; 2 — BOCCTAHOBIEHHE (hOPMEI B paboueM 110JIo-

HEeHHun

Fig. 2. The operating principle of the shape memory rim; @ — molding of the rim; 6 — mounting to the reflector shell; ¢ — fix-
ation of the temporary form in a transport position; d — shape recovery in operating position

MOBBICUTH TOYHOCTH OTPAKAIONIEH ITOBEPXHOCTU
pedrexropa, uTo obecreunBaeT HAWIYIIIHE IIOKA-
3aTenu KauecTBa CUTHAIA.

B kagectBe Marepuana mImaHroyta paccMaTpu-
BaJIH TPEXCIOUHBIH Kommosut. Cion Marepuana co-
crosnu u3 6uakcuanpHoi TKanu Ct 12073 Ha OocHO-
Be yriiepoaubix BosokoH Torayca T 300 3K, mpormu-
TaHHOU mmosmMepHol Martpureir Diaplex MP5510.
Jlanuas maTpwuiia U3roTOBIEHA HA OCHOBE MOJIHype-
TaHa U obecrieunBaeT HEOOXOAMMBIN d(pdeKT mams-
™ ¢opmbl. OCHOBHBIE CBOMCTBA MIPUMEHSIEMBIX
KOMIIOHEHTOB TIpeJICTaBIeHbI B Tab. 1.

Adderr mamaTu (OpMBI B paccMaTPUBAEMOM
Marepuaje PeaTusyoT B IpoIecce MMOITAIHOTO Me-
XaHUYIECKOTO ¥ TePMHIYECKOro BosmeticTusa. Ha mep-
BOM dTarie usfeine u3 mMarepuana popMyIOT METO-
JIOM TIPSIMOTO IIPECCOBAHUS IIPY HOPMAIBHOU TeMITe-
parype maa npumaHua TpeGyeMol HadanbHOH ¢op-
mbl. Ha BrOpOoM srame usgenne HATPEBAIOT 0 TEM-
mepaTtypsl  BBIIE TEMIEPATYyphbl  CTEKIOBAHUI
MMOJIMMEPHON MaTpPHIBI, NePOPMHUPYIOT U B Hedop-
MUPOBAHHOM COCTOSHUM OXJIAXKIAIOT 0 HOPMAlb-
HOHM TeMIepaTyphbl, TeM caMbIM (DUKCHUPYA €ro Bpe-
MenHy0 opmy. Ha Tperrem srame usmenne BHOBB
HATrpeBalOT [0 TEMIIEpATYPhI BBIIIE TEeMIEPATYPbI
CTEKJIOBAHWS U BOCCTAHABIUBAIOT HAYAILHYIO (POp-
My, KOTOPYIO OHO MMeJIo Ha mmepBoM stame. Ha ocuo-
Be IaHHOTO MeXaHw3Ma pas3paboraH mpuHIHI pabo-
THI WIMAHTOYTA A1A pedIeKTopa KOCMUYECKOH aH-
TEHHBI, KOTOPBIH CXeMaTUYeCKU IIPEeJICTAaBIeH Ha
puc. 2.

Ileas paGoOTHI U METOOMKA HMCCJIETOBAHHUII

Hna wusydenus QyHKIHMOHAIBHBIX CBOMCTB
[IMAHTOyTA IIPH PAa3IWYHBIX PEKUMax paboThl U
TEXHOJIOTHYECKOM IIPOIiecce U3TOTOBJICHH, a TAKKe
OIIpeJieIeHUs er0 OCHOBHBIX MEXaHUYECKUX CBOHCTB
OBLIM TPOBEJEHbI YKCIEePUMEHTAIbHBIE HCCIIe0Ba-
HUA Pa3IUYHBIX 00pa3I[0B MaTepHaaa HIMaHTOyTa.
Samada HCCIeJOBAaHUM — YCTAaHOBJIEHWE IOKazaTe-
JIe# maMATH (POPMBI IPHU PABIUYHBIX CTPYKTYpe ap-
MUPOBAHUSI KOMIIO3UTHOTO MAaTEPHUANA, CKOPOCTH
IeopMUPOBAHUA U BpEMEHH BBIIEPIKKN B medop-
MUPOBAaHHOM cocToguuu. Ilo pesynpraram mccreno-
BaHUH OPUHUMAIN ONTUMATIBHYIO CTPYKTYPY apMH-
poBaHMs Marepuana, s KOTOPOH OMpenessain Mo-
Iy7b YIPYTOCTH U Ipefes MPOYHOCTH IIPH Pa3HBIX
TeMIlepaTypax.

YuuThiBas OWBIT, MPEACTABIEHHBIH B paborax
[12 - 14], a TaxKe OPHHIAI U YCIOBHUSI PAbOTHI
IITAHTOyTa IJIA PelleHnus JaHHOH 3aadyu, COBMECT-
HO ¢ Cubl'Y um. PemerneBa mbI paspaboranu MeTo-
OUKH DKCIEPUMEHTANBHBIX WCCIEeOBAHUM, BKIIIO-
yauyre IPoBeJeHNe CIeAYIOIINX KUCIBITAHUU Ma-
Tepuaa IIIaHroyTa:

1) Ha TpexTOoueUyHBI u3TUO NpPH KOMHATHOH
TeMIlepaType AJd OIpeNeseHHs MIPeIeIbHOT0 IIPo-
ruba, COOTBETCTBYIOLIETO Pa3pyIIeHHIO 00pasIa;

2) Ha (UKcanMI0 ¥ BOCCTAHOBJIEHHE (OPMBI
IIPU TPEXTOYEYHOM M3TH0OEe JJId BbIOOpPA ONTHUMAIh-
HOM CTPYKTYyphl apMHUPOBAaHUA Marepuana U CKO-
poctu 1epOPMUPOBAHUS;

3) Ha (pUKCAMI0 W BOCCTAHOBJIEHWE (POPMBI
[IPY TPEXTOYETHOM H3THOe IPH PA3IUIHOM BpeMeH!

Ta6auma 1. CpoiicTBa KOMIIOHEHTOB MaTepPHAJIA HIMAHTOYTA C IAMATHI0 (POPMBI

Table 1. The properties of the components of shape memory material

IInoraocrs, Cognepixanue Mopnyns IIpenen Temneparypa
Kowmonerrr r™/cm3 o o6vemy, %  yupyroctu, I'Ila  mpounocru, MIIa  crexnoBanus, °C
Yraneponuoe Bosokuo Torayca T 300 3K 1,76 50 230 3530 —
ITomumepnas marpuna Diaplex MP5510 1,21 50 1,80 52 55
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b

Puc. 3. Obpaser; ¢ MeTko#l mocie (HUKCAIMH BpPEMEHHOH
opmbr

Fig. 3. The specimen with a mark after fixing the tempo-
rary form

BBIIEPKKM B J1e(pOPMUPOBAHHOM COCTOAHUU (CO-
CTOSTHUY BPEMEHHOHN (DOPMBI);

4) Ha pacTa:xeHHe pu TeMmneparypax —50, +20
u +60°C mua ompeneneHus MOMYJIA YIPYTOCTH H
Tpejiesia MPOYHOCTH B PA3IUIHBIX YCIOBUAX PAOOTHI
LITIAHTOYTA.

Ucneiranus nposoguiau B UHkeHnepHO-UCIBITA-
texbHOM 11eHTpe UBT CO PAH u 8 Uucturyre rusa-
pomnuuamuku uMm. M. A. Jlaspeatsera CO PAH. [lna
WCIIBITAHUI COTJIACHO II. 1 MPUMEHATN YHUBEPCAIb-
HYI0 HcbITarenbuyio Mamuay Tinius Olsen 100ST,
000pyI0BAHHYIO BHIE0IKCTeH30MeTpoM. [l MCITbI-
TAHUH TI0 TII. 2 — 4 HCIOIb30BAIU YHUBEPCATHHYIO
ucnbIrarenbHyo Mamuny Zwick/Roell Z100, o6opy-
JIOBAHHYIO TEPMOKPHOKAMEPOH, BHIE0IKCTEH30MET-
POM, KOHTAKTHBIM DKCTEH30METPOM M TepMOIIapamMu
IUIA U3BMEPeHus TeMIIepaTyphbl 00pasIioB.

[Ipumenenue BumeOsKCTEH30METPA O00YCIOBITE-
HO HEOOXOTHUMOCTBIO H3MEPATH MPOrud 06pasIos
OECKOHTAKTHBIM CIIOCOO0M BBHIY HX MaJbIX pasMe-
poB. Ilia sTOoTO TIEpe] WCIBITAHHEM Ha 00pasIlbl
CHU3y HAKJIEHBATUCh KOHTPACTHBIE METKU AUAMET-
pom 5wmm (puc. 3). B mporecce medopmupoBaHus
MIPOBOIVIIN BHUIE03AINCH ITIePEMEeIeHni MeTOK ¢ 00-
paboTKON B peaTbHOM BPEMEHH METOIOM KOpPpesisd-
nuu usobpaxenwnii. CyTb MaHHOTO METO/A 3aKI0Ya-
eTCcsl B CPABHEHHMH HAYAIBHOTO M TEKYIIEro MOJI0MKe-
HUH METKH Ha BUIEOKaApax IIOCPEICTBOM CIIEIIH-
aJIbHOTO IIPOTPAMMHOTO O0ECIIeYeHusi U OIpefele-
Huu ee cmemenus [15]. B pesynbrare durcupyror
BEPTUKAIHHOE CMeIlleHHe METKH B 3aBHCHMOCTH OT
BPEMEHHU U CTPOST ArarpaMmy Iporud — BpeMs, KO-
TOPYIO 3AIIUCHIBAIOT HA KECTKUH JAUCK KOMIIBIOTEPA.

Ilna ucnplTaHWii HA TPEXTOYEYHBIH HM3THOG CO-
racHo mil. 1 — 3 IPUMEHAIN IUIOCKHE MPAMOYTOIb-
HbIe 00pasis! guuHoH 50, mupuuaoi 10 1 TONIITHHOK
0,6 mm. Paccrosgume Mexay omopamMu COCTABJISIO
40 MM, paguyc 3aKpyTIeHUd OIIOp ¥ HATPYKAOIIEro
myaHcona 5 M. O6pasiibl U3TOTOBJISAINA B TPEX Ba-
pHUaHTax — C PA3IUYHBIMHU CXeMaMU APMHPOBAHMUSI:
[05], [0/%£60] u [0/%45]. Insa ucubiTanuii HA pacTs-
SKEHHE 10 I1. 4 MPUMEHATH IPAMOYTOJIbHBIE INIOCKHE
o0pasipl ¢ HAKIAAKAMH C JIHHON pabodeil yactu
50, mupunHoi 16 u TomumaoH 0,6 MM.

Ilo pesynbraram wmcmbiTanui m. 1 6bLT ompese-
JIEH TpefenbHbIM Tporud Ijisi BCeX BapHUAHTOB ap-
MUpPOBaHUA MaTepuasa imanroyra. Cpegaee sHage-
Hue mporuba CoCTaBUIO 7,6 MM, OHO ¥ OBLIO MIPUHSI-
TO B Ka4eCcTBe HATPY3KH IIPH HUCIIBITAHUAX II0 III. 2
u 3. HarpyskeHre mpoBOAMIN TIpU Pa3IUIHBIX CKO-
poctax — 1, 5 u 10 mm/c. Ob1masi mociemoBaTeIb-
HOCTB HCIIBITAHUH II0 TI. 2 U 3 COCTOATA U3 CIENy-
IOIIUX CTATUH:

Ha 00pasI(bl TPUKJIEUBAIN METKH AJI OECKOH-
TaKTHOH (PUKCAITHK TPOruba IMOCPEICTBOM BUIEO-
SKCTEH30MeTpa;

006pasipl pasMelaid B TEPMOKpPHOKaMepe Ha
omnopax JJist usruoa;

K 00pasiiaM IOABOIUIN TEPMOIAPhI, U HATPeBa-
au obpasusl g0 Temmeparypbl 70 °C, mpessiiiao-
el TeMIepaTypy CTeKJIOBaHUS MaTPHUIThI;

00pasIbl HATPY:KAAU B HATPETOM COCTOSHHH HA
BeIMYMHY IIpormba, paBHy 7,6 MM, C 3aJaHHOH
CKOPOCTBHIO;

00pas1bl, HAXOAAIIHNECS IO HATPY3KOM, OXJIasK-
Ilanu 10 KOMHATHOU TeMIlepaTyphbl;

00pasiibl PasTPYsKaIU U BIZIEP:KUBAIIN IIPH KOM-
HATHOH TeMIlepaType A0 MOMEHTa (DUKCAIUMH Bpe-
MEHHOH (POpPMBI;

MPH WCHBITAHUAX MO II. 3 00pasiibl JOTOJIHU-
TEIbHO BBIIEPKUBATN B COCTOAHUHM BPEMEHHOU
dopmel B Teuenue 24, 48 u 96 u;

obpasiupr HarpeBanu m0 Temmeparypsl 70 °C u
BBIJIEP:KUBAIH IIPU JAHHOU TeMIIepaType 0 MOMEeH-
Ta BOCCTAHOBJIECHUA HAYAIHHOMN (DOPMHBI.

B nporecce ucnbiTanuii GpUECHPOBAIM qUArpaM-
MbI Bpemsa — mporu6. [Ipumepsr monyuyeHHBIX AHua-
rpaMM, COOTBETCTBYIOII[MX STallaM HaTPYKeHUT,
¢urcanuu u BocCTaHOBIEHUA (DOPMBI, IIPECTABIIE-
HBI Ha puc. 4.

Ilo pesynwpraram 06paboTEM aAuarpamMm OIpee-
JAMU cTeneHb ukcanuu ¢opmbl Ry, cTerneHb Boc-
craHoBieHusa opMmbl R, ¥ CKOpPOCTH BOCCTAHOBIIE-
HUS (DOPMBI U, TI0 CIEAYIOIIAM (DOPMYIaM:

Ry, =2 1009, (1)
Yload
Rr :M. 100 %’ (2)
Ur:yﬁx _yr90, (3)
Atgo

T7€ Yioad> Vfix» Vr — BETHIHHBI IIporuba (Mm) obpasia
IpH HATPY:KEHHH, Iocie (PHUKCAIUA BPEeMEeHHOH
dopmMbI, TOCTE BOCCTAHOBIEHUS (POPMBI COOTBET-
CTBEHHO; Y,q) — BeJIMYMHA MPOruda, COOTBETCTBY-
omas 90 % BoccranoBaeHHOM Qopmbl; Aty — Bpe-



«3aBoackada maboparopusa. [[marnocruka marepuaiaon». 2020. Tom 86. Ne 1

55

8 - Vioad ==+, 8 9 8 1
7 1 7 Vi ~S~—— 7 -
s 61 s 61 s 61
=5 =5 4 Z5
© © ©
54 =4 54
31 CER g3
2 1 2 2
1 - 14 1 4
0 : : .0 : : : .0 : : —%
0 200 400 600 0 50 100 150 200 0 500 1000 1500 2000
Bpewms, ¢ a Bpewms, ¢ 6 Bpewms, ¢ 6

Puc. 4. TuarpamMbl mporub — BpeMsi HA CTaAUAX HArpy:xKeHus (a), purcanuu Gopmsel (6) ¥ BOCCTAHOBIEHHUS (POPMEI (8)

Fig. 4. Deflection vs. time diagrams: a — loading stage; b — shape fixation; ¢ — shape recovery
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Fig. 5. The summarized results of testing

Ma (c), sarpadeHHoe mis BoccramoBienHus 90 %
¢opmBI.

Oo6cy:xkaenne pe3yabTaToB

O6o0011eHEbIE PE3yIbTAThl WCITBITAHUM, IPOBE-
IEeHHBIX COIVIACHO II. 2, IIPEICTaBJIEHBbI HA PHC. 5.
B mporrecce ucnbrranuii 66110 BBIABIEHO, YTO OJHON
W3 BAJKHBIX SABIISETCA CTAAUS (PUKCAIINN BPEMEHHOM
dopmbl. PesynbraTbl MOKa3bIBAIOT, YTO CTEIIEHb
dukcanmu opmer He gocruraer 100 %, a usmens-
ercsd B quanasone oT 86 10 92 %. OTo CBA3aHO C TEM,
YTO yCHJIFie, BOSHUKAIIee B 00pasiie, 3HAYUTEIHHO
M3MeHsSeTCsI B IPOIECCe HATPY3KH U OXJIAMKICHUSI.
Ha puc. 6 npeacrasies mpuMep COOTBETCTBYIOIIEH
auarpaMMbl ycuiaue — Bpems. Jlmarpamma mmoxasbl-
BaeT, YTO II0CjIe Havaja OXJIaKIeHus o0pasia ycu-
JIe CO BPEMEHEM BO3PAacCTaeT, IIOCKOJbKY BHYTPEH-
HHEe MeXaHWYeCKHe W TeMIIepATypPHbIe HAMPIKEeHU
B 00paslie CTpeMsTCA BEPHYTh €ro HePBOHAYAILHYIO
dopMy, YTO yMeHBIIIAET OCTATOUYHBIH ITPOTUb 06pas-
Ima yﬁx

CpaBHeHMe PasIUYHBIX CXeM apMHPOBAHUSI II0-
Kas3bIBAeT, YTO OITHMAJIbHBIMU C TOYKHU 3PEHUS HC-
clleyeMbIX MapaMeTpoB MaMSITH (POPMbBI SBISIOTCS
obpasipl co cxemoii apmupoBanus [0;] mpu cko-
pocTu Harpy:keHua 1 MM/c, TAaKk KaK OHA MMEIOT MaK-
CUMAJIbHYIO CTEIIeHb W CKOPOCTb BOCCTAHOBJIEHWUS
¢dopmer. Ilpu sTtom cremens durcaiuu GopMbl He

VMeeT BBIPAKEHHOHM 3aBHCHMOCTH OT CKOPOCTH Ha-
TPY’KeHHs ¥ CXeMbl apMupoBanus. TakuMm o6pasom,
MaTepua co cxeMoi apmupoBaHud [0;] IPUHAT KaK
Hanboee MEePCHeKTUBHBIA MJIS HCIOJh30BAHUSI B
KOHCTPYKIUU HITIAHTOyTa. Pe3yabTraThl UCIIBITAHUN
00pasiioB M3 MAHHOTO Marepuayia COTJIACHO II. 3.
(puc. 7) B 11€7I0M He TTOKA3aIU BRIPAKEHHOU 3aBUCH-
MOCTH CBOUCTB HaMATH (POPMBI OT BpPEMEHH BbI-
IEPKKU B 1e(DOPMUPOBAHHOM cOCTOSHUU. J[aHHbIE
3aKII0YUTEIbHBIX UCOBITAHUHA IO II. 4 ImpencraBJie-
HbBI B TabII. 2.
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MEHHOH (DOPMBI

Fig. 6. The load diagram during fixation of the temporary
form
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BoiBoabr crepcrBa obpasoBauus u Hayku Poccuwm). Iloroeop

Kak mokaswIBalOT pe3ynabTaThl, MEXaHHYECKHe
CBOYICTBa MaTepHasa IIMaHTroyTa UMEIT BBIPaKeH-
HYI0 3aBHCHMOCTH OT Temmeparypbl. Moayab ymupy-
TOCTH U TIPeNeJ MPOYHOCTH JOCTUTAIOT MAKCUMAIh-
HBIX 3HAYEHUH IIPU OTPHUIIATEIbHOU TeMIIepaType U
MHUHHUMAJIbHBIX — IIPH ITOBBIIMIEHHOH. JTO 00yCI0B-
JIEHO pasMATrdeHreM MAaTPHUIIbI IPH TeMIIepaTypax,
OMU3KUX K TeMIIepaType CTEKJIOBAHWSA WU BBIIIE,
BCJIE[ICTBHE YET0 HAPYILIAETCA CBA3h MEXKAY apMH-
PYIOIIMMH BOJOKHAMHU MaTepuasa, CHIKAITCA ero
SKECTKOCTh M IIPOYHOCT.

W3 mpoBeneHHBIX HCCIENOBAHUU CIEAYET, YTO
paccMaTpuBaeMbIi KOMIO3UTHBIN MaTepuasl IInaH-
royra obmagaer TpebyemMbiM 3(PE(EKTOM IaMATH
dopmbl. [TomyueHublie 3HaUYeHNUsT CBOUCTB (DUKCAITAH
¥ BOCCTAHOBJIEHUS (POPMBI IIO3BOJIAIOT CYUTATE aH-
HBIN MaTepHas IePCIeKTUBHBIM IIPU CXeMe apMUPO-
Bauusa BoJOKOH [03;]. OmHako ciemyer yduThIBaTH
CyIIleCTBEHHOE BIIHSHUE TEMIIEPATyPhl HA MEXaHH-
yeckue cBoiicTBa marepuaia. [ obecmeyenus cra-
OMJIBHOCTH €ro CBOMCTB W yIIpaBJIsIEMOH TeMmIiepa-
TYPHOU AKTHBAI[UM B YCIOBUIX KOCMHYECKOTO IIPO-
CTpPaHCTBA I1e7ec000Pa3H0 IPHUMEHATH TEILION30JIA-
M0 B KOHCTPYKI[UU IIMAHTOyTa peduiekTopa Koc-
MUYEeCKOU aHTeHHBI.

BaaromapaocTn

Pa6ora BhITIOTHEHA B XOme peanu3aldu KOM-
IUIEKCHOTO IIPOEKTa IIPU (PHMHAHCOBOH MOIIEPIKKE
IIpaBurennctBa Poccuiickoit Pemeparnmu (Muuu-

Ta6auna 2. Mexanudeckue cBoHCcTBA Marepuasna IIAH-
royra co cxeMoil apmupoBaHud [0s] Mpu pasIHIHBIX TeMIle-
paTypax

Table 2. The mechanical properties of the rim material
with the reinforcement scheme [05] at various temperatures

Temmeparypa, °C Mouynhr}ggyroc'm, IIpenen 1\/1111;_)[::1}1001‘1/1,
-50 54,37 459
+20 49,50 349
+60 30,06 290

No 02.G25.31.0147.
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VCCJIEJOBAHUE JTUHAMHUUYECKOH TBEPJIOCTHU
KOHCTPYRIIMOHHBIX METAJ/INIMYECKUX MATEPHAJIOB
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Caukr-IlerepOyprekuil HAIMOHATBHBIA HCCIEA0BATENBCKUA YHUBEPCUTET NH(OPMAIIMOHHBIX TEXHOJIOTUH, MEXaHUKNA U OIITHU-
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Cmamus nocmynuaa 7 dexabps 2018 2. Ilocmynuna nocae dopabomru 4 mapma 2019 e.
Ilpunama k nybaurayuu 27 urons 2019 2.

MexaHnnueckre XapakTepPUCTHKNA KOHCTPYKIMOHHBIX METALINYECKUX MATEPHAIOB — BayKHEH-
1ITHe TIOKA3aTeNn X KadecTsa. [[J1s uxX onpe/eleHus B MOCIEAHYE TO/IbI IIIUPOKO IPHUMEHSIOT Me-
roaet Illopa, Bpunemnsa, Poksenna, JInba, Bukkepca, HHCTPYyMEHTAIBHOIO WHAEHTHPOBAHUA U
1ap. OnvH W3 WHTEHCHBHO Pa3BUBAIOIINXCA METOIOB OIIPEeIeHUs MEXaHUUECKUX XapaKTepu-
CTHK — JAMHAMWYECKOe HHIEHTHPOBaHue (MeToy paspadorad B IHCTUTYTe IPUKIAIHON (DU3UKH
HAH Benapycu). B passuTue meTona IMHAMHYECKOTO HHASHTUPOBAHMS B JAHHOM paboTe mpe-
JIOKEHBI CII0COOBI TIOBBIIIIEHH TOYHOCTH OLIEHKH TBEPAOCTH KOHCTPYKIIMOHHBIX METAJUIMIECKIX
MarepuasoB. B pabore perieHb! crenyoIre 3aa4n: H3MePEeHbI 3HAUE€HUs [IapaMeTPOB KOHTAK-
THOTO B3aUMOJIEUCTBHS MHIEHTOPA C MATEPUATIOM 00pasiioB — TBEPAOCTH 110 BpuHeniio — c mo-
MOIIBIO IIPHOOpA TUHAMUYECKOT0 MHIEHTHUPOBAHUA; PACCUNTAHBI IOBEPXHOCTHAA U 00beMHAA
IUHAMUYECKHE TBEPAOCTH C yYETOM XAPAKTEPHUCTHEK, IOJIyYEeHHBIX ¢ IOoMoInblo mputopa U,
MIPOBE/IeH CPABHUTENBHBIN aHAIN3 OIeHOK TBEP/OCTH, IOIYyIeHHbBIX PA3HBIMHU OAX0AaMu. B pe-
3yJIbTaTe CPAaBHUTEIHHOTO AHAIU3A CIOCOOOB, & TAKKE MX SKCIIEPHMEHTAIBHON arpobariuu
YCTAHOBJIEHO, YTO ITOBBIIIEHNE TOYHOCTH OLIEHKH TBEPIOCTH MOKET OBITH JOCTUTHYTO I[yTEM KC-
MI0JIb30BAHMUS «QHEPTETHIECKOT0» IIOJX0/I4, OCHOBAHHOTO Ha OIIEHKE OTHOIIIEHUS CyMMAapHOU pa-
60THI K 00BEMY BOCCTAHOBIIEHHOTO OTIIEYATKA IIPH AUHAMUYIECKOM WHIEHTHPOBAHUN KOHCTPYK-
[IMOHHBIX META/UIMIEeCKUX MaTepranos. Vcronb3oBaHue «9HEPreTHIeCKOro» IMOAX0/a T03BOIH-
JIO TIOJTyIUTH BHIOOPOYHOE CTAHAPTHOE OTKIOHEHVEe 3HAYEHUH 00 BEeMHOMN AUHAMIIECKON TBep-
JIOCTH, KOTOPOE CYIIIECTBEHHO HIKE BHIGOPOYHOTO CTAHIAPTHOIO OTKJIOHEHUS 3HAYEHHH I0BEpPX-
HOCTHOU [UHAMUYECKOH TBEPJOCTH U JAHHBIX NpUOOpa JUHAMUYECKOTO WHIEHTHPOBAHUI, YTO
HaNpPAMYO BJIMSET HA IOBBIIIEHHE TOYHOCTH OLIEHKYM TBEPIOCTH IIPH AWHAMUIECKOM WHTEHTU-
POBaHUU paccMaTpUBaeMbIx MaTepranoB. Ha ocHOBaHWU «9HEPreTHYECKOro» MOIX0Aa IIPeIo-
$KEH HOBBIH aJITOPUTM 00pa0b0TKH MCXOAHOTO CUTHAJIA IIPY OIIPEeIeHNH JUHAMUIECKOH TBEP/IO-
CTH C IIOMOIIIBI0 IIPH6OpA AMHAMUYECKOTO WHIEHTHPOBAHHS.

KiroueBble cioBa: HepaspylIaoIiyil KOHTPOJIb; IHHAMAYECKOe HHICHTUPOBAHKE; MeXaHuIe-
CKH€ XapaKTePUCTHUKH; TBEPAOCTD; AJITOPUTM; 00paboTKa CUrHAJIA.

STUDY OF THE DYNAMIC HARDNESS OF STRUCTURAL METAL MATERIALS

© Aleksandr V. Ilinskiy*, Alexey V. Fedorov, Ksenia A. Stepanova,
Igor U. Kinzhagulov, Igor O. Krasnov

Saint Petersburg National Research University of Information Technologies, Mechanics and Optics, 49 Kronverksky Pr., St.
Petersburg, 197101, Russia; *e-mail: allill003@mail.ru

Received December 7, 2018. Revised March 4, 2019. Accepted June 27, 2019.

The mechanical properties of structural metallic materials are the most important indicators of their qual-
ity. Different methods (i.e., the methods of Shore, Brinell, Rockwell, Leeb, Vickers, method of instrumen-
tal indentation, and others) are currently used for determination of the hardness — one of the most im-
portant mechanical characteristics of structural metal materials. Among them is the method of dynamic
indentation first developed at the Institute of Applied Physics of the National Academy of Sciences of
Belarus. With the goal of further developing of the method of dynamic indentation, we propose the proce-
dures aimed at increasing the accuracy of assessing the hardness of structural metallic materials: parame-
ters of the contact interaction of the indenter with the sample material (Brinell hardness values) were
measured using a dynamic indentation (DI) device; the values of surface and volumetric dynamic hard-
ness were calculated taking into account the characteristics obtained using a DI device; a comparative
analysis of hardness estimates obtained by different approaches was carried out. As a result of the compar-
ative analysis of the methods, as well as their experimental testing, it was shown that an increase in the
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accuracy of hardness assessment can be achieved by using the “energy” approach based on assessing the
ratio of the total work to the volume of the recovered indentation upon dynamic indentation of structural
metal materials. The use of the “energy” approach provided obtaining the sample standard deviation of
the volumetric dynamic hardness values, which, in turn, was significantly lower than the sample standard
deviation of the surface dynamic hardness values and data of the dynamic indentation device, which di-
rectly affects an increase in the accuracy of hardness estimation during dynamic indentation of structural
metal materials. Proceeding from the “energy” approach, a new algorithm for processing the initial signal
is proposed when the dynamic hardness is determined using a dynamic indentation device.

Keywords: non-destructive testing; dynamic indentation; mechanical properties; hardness; algorithm;

signal processing.

BBenenue

Mexanuueckre XapaKTePUCTUKHA KOHCTPYKITH-
OHHBIX METAIMIECKUX MAaTEPHUAJIOB, OIPEeIesIAi0-
I[Me UX Ka4YeCTBO, OLIEHUBAIOT C IIOMOIIBIO0 UCIbITA-
HUM Ha pacTsiKeHue, cxKaThe, U3Tud, KpydeHue u ap.
B mopasasromnem 00JBIIMHCTBE TAKWe HCIBITAHUS
MPOBOMAT C PaspyllieHueM U3JeTuA, UCI0Tb30BaHH-
€M CTaHAaPTHBIX 00Pa3IoB U CTAIIMOHAPHOTO 000PY-
IOBaHUSA, UYTO 3aTPYAHIET BO3MOKHOCTH OIIEPATHB-
HOTO KOHTPOJIA MEXaHWYEeCKHX CBOHCTB OOBEKTOB
HCCIIeJIOBAHUA.

Ompenenenne TBepaoCTH — OAWH U3 Hauboee
pacmpoCcTpaHeHHBIX METOM0B MEXAaHUYECKUX HCIIbI-
TaHWUHM, KOTOPBIM HMIMPOKO IIPUMEHAIOT KaK IIPU HC-
ClIeTOBAHUH MEXaHUIECKUX CBOHCTB, TAK U IIPU KOH-
TpoOJie KauecTBa MaTepUayioB B IpOIlecce MUX MIPOU3-
BOZCTBA W BSKcuryaramuu. McobiTanus Ha TBEp-
JOCTh PA3HOOGPA3HBI W OTIUYAIOTCI JIPYT OT JApyra
0 crioco0y MPHIOKEHUS HATPY3KU (CTATUYECKUe U
IWHAMUYECKHe), TUITy HArpy:KeHHsd, cIocoly usme-
peHus mapaMeTpoB HATpPy:KeHWd, MaKCAMAaTbHBIM
3HAQUYEeHUAM IIPUKIAAbIBAEMON HCIBITATeJIbHON Ha-
IPY3KH U TIIyOWHBI HHACHTUPOBAHUA, opMe HHIEH-
TOpa, BpeMeHHu Harpy:KeHud u ap. [1]. B Hacrosariee
BpeMs IITUPOKO HCIIONB3YIOT cratudeckue (mo Bpu-
nesutio, PokBemry, Bukkepcy), KBasucraTudyeckue
(MHCTpYMEHTAJIbHOE WHAEHTHPOBAHUE) W TUHAMHU-
veckue (mo Hlopy, JIuGy) meronsr usmepeHus TBep-
mocru [2 —4].

OmuH U3 TNEepCIeKTUBHBIX HEPa3pyIIAIUX
crt0oco60B  6e300pasIoBOi OMEPATHBHOH OIEHKH
TBEPAOCTH MaTepuaja — MeTO[ AUHAMUIECKOTO
unnentupoBanua (M), perimaMeHTHPOBAHHBIN
I'OCT P 56474-2015 [5]. HecmoTpsi Ha 3HAYKUTENH-
HbIe ero MPeuMyIlecTBa IpodiieMa TOYHOCTH OIleH-
KU TBEPAOCTH OCTaeTCAd aKTyaJbHOU. B mepByro oue-
pensb 5T0 00YCIOBIEHO PA3IUIHEM MEXKIy JAWHAMU-
YEeCKOHM W CTaTUYeCKOU TBEPAOCTHIO, TAaK KaK HAIpPH-
JKEHHO-1e(DOPMUPOBAHHOE COCTOSTHHE ITOBEPXHOCT-
HBIX CJIOEB MaTepuaja MOKEeT CYIIeCTBEHHO
MEHSATBHCS MPU Iepexojie OT MOCTOSHHOM K IepeMeH-
HOU KOHTAKTHOH HarpyskKe.

[lens paboTbl — MOBBINIEHHE TOYHOCTH OIEHKH
TBEPAOCTH KOHCTPYKIMOHHBIX METALIMIECKHUX Ma-
TEepUAaIOB.

MeTonuka, MaTepuaabl, 000pyIOoBaHHAE

Merton IV ocHOBaH Ha HENIPEPHIBHOM PETHUCTPA-
[MHU IIPOIlecca YAAPHOTO JIOKAJBHOTO KOHTAKTHOTO
B3aUMOEMCTBUAS WHIEHTOPA C WCCAeIyeMbIM MaTe-
puagoM (perucTpanuiu TeKylled CKOPOCTH IBHIKE-
HUA UHIEHTOPA).

CropocTh ABMKEHUA WHIEHTOPA B KAKIBIA MO-
MEHT BpPeMeHHU PETHCTPUPYIOT € IIOMOIIBI0 MATHUTO-
WHAYKIIHOHHOTO MePBUYHOTO IIpeobpasoBaress, Co-
CTOSAIIEr0 U3 MOCTOAHHOTO MArHUTA, KECTKO COeIH-
HEHHOTO C HHIeHTOPOM (crucTeMa MHAEHTHPOBAHMNI),
U Karymku uHAyKTuBHOCTH [6]. Ilpu mepeceyenun
MAarHUTHOTO IT0JIsI, CO3aBa€MOT0 MIOCTOSTHHBIM MAar-
HHUTOM, B KATYIIKe HHIYKTUBHOCTHA HABOJAUTCS DIIEK-
tpoasmKymas cuna (AC) uugykmuu e(f), mpormop-
IIHOHAIbHAA CKOPOCTH IBMIKEeHUI uHAeHTopa V(£) Bo
BCEM BPEMEHHOM [Hhalla30He KOHTAKTHOTO B3aWMO-
IelicTBUA HHAEHTOPA C MaTepuaIoM:

e(t) = RV(?), (1)

rae k — K03 PUITHEHT ITPOTOPIIHOHATBHOCTH.
Hcmonbsyst smauenwuss €(f), IMOIydaeM CIEAyIo-
I[ie BPEMEHHBIE 3aBUCUMOCTH CKOPOCTH IBUIKEHMUS
unnentopa V(¢), koHTakTHOrO ycunusa F(f) u mepe-
MeleHus WHAeHTOpa (TIyOHUHBI WHICHTHUPOBAHUA)

h(@) [7]:

V(@) = e@)/k, (2)

F@) = - mdV(@)/dt, (3)
t!c

K@) = j V(p)de, (4)

to

rie m — Macca CUCTeMbl HHAEHTUPOBAHUS; ty, £, —
MOMEHTBI BPEMEHH, COOTBETCTBYIOINE HAYAILY U 3a-
BEPIIIEHHIO KOHTAKTa UHJIEHTOPA C MATEPHUATIOM.

B pesynbrare 06paboTEM TIEPBUYHON H3MEpH-
TEeIbHOH WHpOpPMAIUK ¢ moMmouibio mpubdopos HU
norygaem 3aBucumocTsb F(h) (puc. 1) nna manbHen-
e OIleHKU TBEPIOCTH.

IIpu ymapuom wunpmenTupoBamuu (cM. puc. 1,
aram 1) mo Mepe yBeIWYeHUS KOHTAKTHOTO YCHJIHS
BBIIEAIOTCA IBE CTAANH BHeApeHus (HArpy:KeHus):
yIpyroe ¥ yIPyroILUIaCTHYeCKOoe. YIpyras CTamausd
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Puc. 1. 3aBucumocTh KOHTAKTHOTO ycwiaus F' OT TiryGHHBI
BHEJIpeHUs HHJeHTOpa h: 1 — 3 — BTamsl HArPYKEeHUs, BA3KO-
YIPYTOTO U YIPYrOro Pasrpy’KeHHi COOTBETCTBEHHO; 4 — Ka-
careilpHAas K KPHBOH YNPYroro pasTPy’KeHUA IIPU MAaKCH-

MAaJIbHOM IUIyOMHEe BHEAPEHU:I HHACHTOPA Ry Foos Aoy —

MaKCUMaJIbHO€ KOHTAKTHOE YCH/IUE U I‘JIy6I/IHa BHEJIpEHUA

uHpeHTopa npu F, s h . F, — MakcuManbHadA IIyOnHA

BHEJIPEHNUS UH/IEHTOPA U KOHTAKTHOE yCuIue npu A, ; h, —
ocraroyHas IUIyOHHA OTIEYATKA II0C/IEe WHEHTHPOBAHUS;
h. — TO4YKa epecedeHHs ¢ OChI0 ki KacaTeIpHOM 4

Fig. 1. The dependence of the contact force F' on the pene-
tration depth of the indenter: 1, 2, 3 — stages of loading,
viscoelastic and elastic unloading, respectively; 4 — tangent
to the curve of elastic unloading at the maximum penetra-
tion depth of the indenter A, ; F, ., Apmax — the maximum
contact force and indenter penetration depth at F_.; &

max?’ max’

F} o« — the maximal penetration depth of the indenter and
contact force at h,,; hy — residual depth of indentation;
h. — the intersection point of the tangent 4 and axis i

XapakTepHa IS Havajla WHACHTHUPOBAHUSA, KOT/IA
O] MHAEHTOPOM He 00pasyeTcs IIaCTHYECKOH fe-
dopmanmu. OgHAKO MOCTE TOCTHKEHNUA BHY TPEHHH-
MU HANPTKEHUAMH IIPEeNeNbHOr0 YIPYyTroro COCTOS-
HUS TIPOUMCXOAUT ee (pOpMUPOBAHKE U aajiee MPaK-
TUYECKH Ha BCEM JTAlle HATPY/KEHHUSI UMEET MECTO
yupyromaactudeckas aedopmarua. Ha srame Bas-
KOYIIpyToro paspyiieHus (stam 2), mpu KOTOPOM
ry6uHa BHEAPEHUS YBEIUIUBAETCS 10 MEPe YMEHb-
[IeHUS KOHTAKTHOTO YCHUJIHUSA, XapaKTepeH IIPOIecC
9BOJIIOIIMN BHYTPEHHUX IIOJEH YIPYTHUX HAIPSIKe-
HHH, BBI3BAHHBIX 1e(DOPMAIIMOHHBIME Aed)eKTaMu
KPUCTALTMYECKOTO CTPOEHUs MaTepuana. B maib-
HeWHIIeM Mocie MOCTHKEHUS MAKCHMAIBLHON TiIyOu-
Hbl BHeJpeHud WHAeHTOpa (sram 3) HabIomaeTrcs
yIpyroe paspyiieHue (cragus ympyroi medopma-
nuu). YIpyroe BOCCTAHOBIEHUE (pasrpysKa) COIpo-
BOKJIAeTCA HE TOJNBKO YMEHBIIIEHUEM TJIyOUHBI BHE-
IpeHus WHAEHTOpa, HO W yBeJIWYeHHEM paauyca
KPWBU3HBI IIOBEPXHOCTH BOCCTAHOBJIEHHOTO OTIIE-
YaTKa, KOTOPBIA MOYKHO OIPENeIUTh 1Mo (hopMyIie

R’ =R( + ay/2hy, (5)

r7ie a, — o0paTuMoe yrpyroe cOnukeHre KOHTaKTH-
pyromux Ten; R — paguyc KpuBHU3HBI HHAEHTOPA.
OtMeruMm, uTO BBRIpaKeHHEe (5) MOIyUeHO IIpU
NOTMYIIEHUH, YTO IOBEPXHOCTb KOHTAKTHUPYIOIUX
TeJI BHe 30HBI KOHTAKTa He 1e)OpMUpyeTcs.
IlockoabKy OTHOIIEHWE MaKCHUMAIbHOH TIyOu-
HbI BHEJPEHUS HHAEHTOPA K OCTATOYHOH TIIyGHHEe
oTmedYaTKa I0CiIe HHIASHTUPOBAHWSI HAXOMUTCA B
nuanasone 1 — 1,6 u R’ cyllleCTBeHHO He OTIHMYAET-

Puc. 2. TIpubop 111 [UHAMAYIECKOTO HHEHTHPOBAHUS

Fig. 2. A device for dynamic indentation

csa ot R, momycTuiau, 9yTo pagrychl KPUBU3HBI BOC-
CTAHOBJIEHHOTO OTTIEYATKA ¥ WHACHTOPA PABHBI.
Hcnonbsyembrii mpudop (puc. 2) ¢ mpeobpasosa-
TeJleM IPaBUTAIMOHHOTO PasroHa (pajnyc UHIEHTO-
pa R = 0,75 - 103 M, Macca cucTeMbl HHIEHTHPOBA-
Hua m = 4,8 - 1073 kr, HaYaIbLHAA CKOPOCTH CHCTE-
Mbl HHAeHTHpOBaHudA V, = 0,9 M/c) mo3BOIAAT He
TOJIBKO U3MEPATH IMapaMeTPhl KOHTAKTHOTO B3aHUMO-
NEUCTBUS WHAEHTOPA C MATEpPHajioM, HO U OIpese-
JIATH 3HAYEHHUE TBEPIOCTH 110 BpuHesio.
Hcnobrranus mposogmnu Ha obpasmax (Mepax
TBEPIOCTH), UMEIOIIUX CIEAYIOIIHe XapaKTepUCTHU-
ku: obpaserr 1 — 101 HB 10/1000/10, ob6paserr 2 —
383 HB 10/3000/10 (cormacuo I'OCT 8.062-85).
IIpu U ynapHOe KOHTAKTHOE B3aMMOJAEHCTBHE
COITPOBOXKIAETCH MPe0o0pPa3OBAHNEM KHHETHIECKOH
9HEPTUHM CHUCTEMbI HHIEHTUPOBAHWSI B MEXaHUYe-
CKyI0 paboTy yIPYTOILIACTHIECKOH AedopMaIiiy uc-
MBEITYeMOTr0 MaTepwaja. Ilpu sTom medopmarinon-
HBIH IIPOIIECC HOCUT 00BEeMHBIN XapaKTep, T.e. JhHa-
MUYECKass TBEPJIOCTh MPH ylape XapaKTepusyer co-
MPOTHUBJIEHNE BHEIPEHHI0 He TOJHKO HA IIOBEPX-
HOCTH, HO ¥ B HEKOTOPOM 00'beMe MaTepuaa.
Ilo pesymbraram WHIEHTUPOBAHWS Cceprye-
ckum uHmeHTopom (I'OCT P 56474-2015) mosepx-
HOCTHYIO JUHAMHYECKYIO TBEPIOCTb OIEHWBAJIU IIO

dopmymram
HD® = Fy../(2nRhy) (6)

niIn

2
HD(S) :Fh}n?ax (Vnzlax _V2

o min

), (7)

m

rae Fj, .« — 3HauUeHWe KOHTAKTHOM CHJIbI, COOTBET-
CTByIOIllee MAKCUMAJIBHON INIyOWHE BIABIHBAHUST;
R — panuyc ungenTopa; hy — ocrarouHas riaybuHa
OTII€YATKA I10C/Ie HHIEHTHPOBAHMUST; /1 — MACCA CHUC-
TeMbI HHIEHTUPOBAHUA; V, . ¥ Vi) — CKOPOCTH HH-
IEHTOpa B HA4Yajlle W KOHI[E KOHTAKTHOTO B3aWMO-
IEeHCTBUA.
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Ta6auna 1. Pesynbprarsr ncnbiranuii 06pasios
Table 1. The results of testing samples

Crarucrudeckue O6pasen 1 O6paser; 2
XAPAKTEPUCTHRM 7 om/fc Vi, M/c  hy,mem Fppo H HB Vinao Mc Vi, /e hy,mem Frp0 H HB
0,90 0,27 23,68 136,38 94,16 0,91 0,51 16,14 198,46 372,56
0,93 0,27 23,79 124,48 90,58 0,89 0,53 17,36 251,63 400,31
0,89 0,27 24,32 148,83 87,35 0,91 0,53 17,04 227,73 390,24
0,90 0,27 23,09 129,79 94,97 0,91 0,53 17,10 227,14 386,10
0,88 0,27 25,66 156,93 93,87 0,91 0,54 16,82 232,98 400,47
0,91 0,28 23,03 140,98 102,53 0,92 0,50 16,99 218,43 361,40
0,90 0,27 25,08 148,36 89,85 0,90 0,52 16,96 229,95 379,18
0,90 0,27 24,18 146,49 88,21 0,90 0,51 16,64 221,38 367,32
0,87 0,27 23,37 153,06 100,90 0,90 0,52 16,91 226,77 387,17
0,90 0,27 24,32 129,99 93,67 0,90 0,53 17,33 231,74 390,44
q 0,90 0,27 24,05 141,53 93,61 0,91 0,53 16,93 226,62 383,52
s(q) 0,02 0 0,85 10,97 5,02 0,01 0,01 0,35 13,30 13,22

C yyerom «3HEpreTwdeckoro» moxxozxa [8— 10]
opmyna myst ompejeseHus TBEPAOCTH MaTePHATIA
MMeeT BU[

H(V) = Wtotal/vf’ (8)
rie Wia = mV2,./2 — HauanbHas KAHETHYECKAS
DHEepPruf JBUKeHMA uHAeHTopa; V, = nh }%(R - 1/3h))
— 06'beM BOCCTAHOBIEHHOTO OTIIEYATKA.

YaureiBasa (8) 00beMHYI0 AUHAMHYECKYIO TBEP-
JIOCTB OIEHUBAJIH 110 (popMyJIe

HD(V) = Wplas‘r/Vf: (9)

rie Wy, = m(V2, — V2 )/ 2 — mexanudeckas pa-
6oTa, 3aTpaunBaeMas Ha YIPYTOILIACTHYECKYIO Je-
dopmarnuo marepuaa.
AJNTOpPHUTM 3KCIIEpHMEHTAa BEIIOYA B ce6s:
U3MepeHus 3HAYeHHH apaMeTPOB KOHTAKTHOTO

BsaHMOZ[eﬁCTBHH HHIEeHTOopa C MaTepualioM 06p83-

250

200 / 4

)
]

O6paserr 1
150 —)

T
R /
100 /
50 /
0
10 15
h, MEM

20 25

Puc. 3. 3asucumocts F(h) s o6pasmos 1 u 2

Fig. 3. Dependence F(h) for samples 1 and 2

II0B ¥ TBEPIOCTH M0 BpHHEI0 ¢ mOMOIIBI0 IPHO0-
pa JIH;
pacueT IMOBEPXHOCTHON M OOBEMHOM AHHAMUYE-
CKoI TBepmocTu 110 popmyram (7) u (9);
CPaBHUTENIbHbBIH aHATN3 IOJYyIYeHHBIX TaHHbIX.

O6cy:xaenue pe3yabTaTOB

Pesynbprarhl HHOAEHTHPOBAHUS IIPEACTABICHLI B
Tabi. 1 (B TOM umcite, pacCUMTAHHBIE C TIOMOIIBIO 3a-
JIOKEHHBIX B HPUOOp 3HaueHui TBepmoctu HB).
CraHgapTHYI HEOIpeneeHHOCTh (CpemHee 3HAYe-
HYe ¢ U BEIOOPOYHOE CTAHAAPTHOE OTKIOHeHwe S(q))
onenusainu o I'OCT P 54500.3-2011.

Ta6auna 2. PesyneraTer pacuera [UHAMUYECKOH TBep-
moctu, MIla

Table 2. Test results of calculations of the dynamic hard-
ness, MPa

Crarucruue- O6paszer 1 O6paszers 2
CKHe Xapak-
TepHCTHEHR HD® HDW HD(® HDW)
1114,70 1044,28 3003,67  4126,62
872,43 1111,56 3470,99 3642,36
1325,93 1045,49 421298 3874,12
1011,10 1042,76 4137,75 3924,12
1513,54 1018,38 4516,37 3782,50
1181,84 1052,48 3657,18  4105,76
1320,93 1042,86 4253,01 391281
1267,87 1059,32 3882,85 3972,23
1527,48 957,91 4195,65 3857,08
1009,40 1047,70 4412,39 3830,41
q 1214,52 1042,47 4174,31 3902,80
s(q) 217,42 37,90 631,34 144,19
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3asucumoctu F'(h), monydeHHbIe B pesyjbrare
WCIIBITAHUH, IIPEICTABIeHbI HA PUC. 3.

Pesynwrarsr pacuera moBEPXHOCTHOH U 00HEM-
HOUM JAMHAMMUYECKOH TBepHocTH Mo opmynam (7) u
(9) npuBenens! B TabII. 2.

Bunso, uro BRIOOPOYHOE CTAHAAPTHOE OTKJIOHE-
HHE 3HAYEHUH 00BEeMHOM JUHAMUYECKOH TBEPIOCTH
CYIIIECTBEHHO HH:KEe AHAJOTMYHOIO II0OKAa3aTess IJisd
[MOBEPXHOCTHOM TUHAMUYIECKOH TBEPAOCTH. JTO CBH-
JIETEeIBCTBYET O TOM, YTO JAHHBIHM MOIX0 MOKHO HC-
TIOJTb30BATh [JIA IIOBBIIIEHWA TOYHOCTH OIIpEfelie-
HUS TBEPIOCTH MATEPUAIIOB.

3axjaroueHue

Pesynbrars! mpoBeeHHBIX UCCIEI0BAHME ITOKA-
3aJIM, YTO TAKyH XapaKTePUCTHKY, Kak 00beMHAas
IWHAMHUYECKAs TBepPAOCTh MaTepuaa, MOMKHO C yc-
[IeXOM KCIIOJIb30BATh KaK IOIOJHUTEIbHBIN (K Tpa-
munuoHbM) (I'OCT P 56474-2015) moxasareisb.
IIpu ee ompeznenennu ¢ IpEMEHEHHEM «3HEpPreTmIe-
CKOro» mMeroza (B OTJIMYMe OT IIPOEKITMOHHOH (I10-
BEPXHOCTHOM) TMHAMHYECKOH TBEPIOCTH) OI[€HHBA-
eTcs OTHOIIIeHHEe PaboThl yIPYTOILIACTHYECKOMN JIe-
dopmaruu K 00beMy BOCCTAHOBIEHHOIO OTIIEYATKA.
IIpenmosxeHHBINH TOAXOM MOMKET OBITH HCITOJIb30BAH
IJIS COBEPIIEHCTBOBAHUA (IIOBBIIIEHUS TOYHOCTH)
OIIEHKH TBEPIOCTH KOHCTPYKITMOHHBIX MeTaJlIude-
CKHX MaTE€PHAJIOB C IIOMOIILI0 IPUOOPOB JUHAMMYE-
CKOTO MHIEHTUPOBAHUI.

JINTEPATYPA

1. Koamaxos A. I'., Tepeuarses B. ®@., Bakupos M. B. Merozxs!
usMepeHnus teeppoctu. — M., 2005. — 149 c.

2. Oliver W. C., Pharr G. M. Measurement of hardness and elastic
modulus by instrumented indentation: Advances in under-
standing and refinements to methodology / J. Mater. Res. 2004.
Vol.19.N 1. P 3-21.

3. Tonorun 10. U. HanounnentupoBanue u MexaHU4YECKHe CBOU-
CTBa TBEPIBIX Tel B CyOMHKPOOOBEMAax, TOHKUX IPUIIOBEPXHOCT-
HBIX clI0AX ¥ IuteHKax (o63op) / ®usuka TBepmoro tema. 2008.
T. 50. Ne 12. C. 2113 - 2142.

4. BapuaoB A. B. Ananus ¢du3uKo-MeXaHUYECKUX CBOUCTB Mare-
pHATIOB, HCIONb3YEeMbIX B H3JIENUAX PAKeTHO-KOCMHUYECKOH TeX-
uuku / III Beepoceuniickuii KOHrpece MOIOABIX YYEHBIX: €O. TP. —
CII6.: HUY UTMO, 2014. C. 159.

5. Vriend N. M., Kren A. P. Determination of the viscoelastic pro-
perties of elastomeric materials by the dynamic indentation met-
hod / Polymer Testing. 2004. Vol. 23. N 4. P. 369 — 375.

6. Pynaunkmii B. A., Kpens A. II. Hcnbrranue smacToMepHbIX
MarepuaioB MeTofaMu uHAeHTupoBaHus. — Munck: Bemopyc-
ckad Hayka, 2007. — 228 c.

7. Paduesuu A. B., Manyinesuu O. B. Hosbie Bo3amoxHOCTH Me-
TOJA AMHAMUYECKOTO WHAEHTHpOBaHus B mpubope «Mmimymine-
2M» / Bectaur ['oMenbCKOro rocyJapcTBEHHOTO TEXHHYECKOTO
yuuBepcureta. 2007. Ne 2(29). C. 29 - 36.

8. Momenox B. W. Cospemennas kiraccU(pUKAIUA METOIOB
onpenenenuss tBeppoctu / ABromobunbHBIN TpaHcmopr. 2010.
Bem. 25. C. 129 - 132.

9. Orap II. M., Tapacoe B. A., Typuenko A. B., ®emo-
poe U. B. [Ipuvenenue KpuBbIX KHHETHYECKOTO HHISHTHPOBA-
HUs cepoi I OIpeieIeHHs MEXaHNYECKUX CBOMCTB MaTepua-
moB / Cucrembl, meromsi, Texmomoruu. 2013. Berm. 1(17).
C. 41 -47.

10. Muasmas 10. B., Uyryuosa C. U., F'ongaposa U. B. Xapak-
TEPUCTHKA ILUIACTUYHOCTH, OIpe/essieMas MeTO0M WHIEHTUPO-
Banus / PusuKa pafiualoOHHbIX TOBPEKIEHUN U PAIUAIIOHHOE
marepuanosenenne. 2011. Ne 4. C. 182 — 187.

REFERENCES

1. Kolmakov A. G., Terentiev V. F., Bakirov M. B. Methods for
measuring hardness. — Moscow, 2005. — 149 p. [in Russian].

2. Oliver W. C., Pharr G. M. Measurement of hardness and elas-
tic modulus by instrumented indentation: Advances in under-
standing and refinements to methodology / J. Mater. Res. 2004.
Vol. 19.N 1. P 3 -21.

3. Golovin U. I. Nanoindentation and mechanical properties of
solids in submicroscopic volumes, thin near-surface layers and
films (review) / Fiz. Tv. Tela. 2008. Vol. 50. N 12. P. 2113 - 2142
[in Russian].

4. Barinov A. V. Analysis of physical and mechanical properties
of materials used in products of rocket and space technology /
IIT All-Russsian Congress of Young Scientists: collection of
works. — SPb: NIU ITMO, 2014. P. 159 [in Russian].

5. Vriend N. M., Kren A. P. Determination of the viscoelastic
properties of elastomeric materials by the dynamic indentation
method / Polymer Testing. 2004. Vol. 23. N 4. P. 369 - 375.

6. Rudniskiy V. A., Kren A. P. Testing of elastomeric materi-
als by indentation methods. — Minsk: Belarusskaya nauka,
2007. — 228 p. [in Russian].

7. Rabysevich A. V. New possibilities of the dynamic indentation
method in the Impulse-2M device / Vestn. Gomel’. Gos. Tekhn.
Univ. 2007. N 2(29). P. 29 - 36 [in Russian].

8. Moshenok V. I. Modern classification of methods for determin-
ing hardness / Avtomobil. Transport. 2010. Issue 25. P. 129 -
132 [in Russian].

9. Ogar P. M., Tarasov V. A., Turchenko A. V,, Fedorov I. B.
Application of curves of kinetic indentation by a sphere for de-
termination of mechanical properties of materials / Sist. Met.
Tekhnol. 2013. N 1(17). P. 41 — 47 [in Russian].

10. Milman U. V,, Chugunova S. I., Goncharova I. V. The plas-
ticity characteristic, determined by the method of indentation /
Fiz. Radiats. Povrezhd. Radiats. Materialoved. 2011. N 4.
P. 182 - 187 [in Russian].



62 «3aBoackasda Jadoparopusd. [[maraocruka marepuanaos». 2020. Tom 86. Ne 1

MaremMaTny4ecKue METOIbI HCCJIEIOBAHHUIA

Mathematical methods of investigation

DOI: https://doi.org/10.26896/1028-6861-2020-86-1-62-74

3AJTAYA BOCCTAHOBJIEHUS 3ABUCHUMOCTEH 110 JTAHHBIM
C HHTEPBAJIbHOM HEOIIPEJIEJIEHHOCTBIO

© Cepreit IlerpoBuu Ilapbrii

Hucruryr Bpraucaurenbunix Texuonoruit CO PAH, Poccus, 630090, r. HoBocubupck, mp. Akagemuka JlaspenTtbera, 6;
e-mail: shary@ict.nsc.ru

Cmamws nocmynuaa 16 anpeas 2019 2. Ilocmynuna nocae dopabomru 30 anpens 2019 e.
Ilpunsama k nybaurkayuu 17 mas 2019 e.

Paccmorpena 3a1a4a BOCCTAHOBIIEHHUS 3aBHCUMOCTEH 110 JAHHBIM C HEOIIPEIeIeHHOCTHI0, KOTO-
pas He OIUCHIBAETCA TEOPETUKO-BEPOATHOCTHBIMU 3aKOHAMU, HO OTPAHHMYEHA I10 BEIUIHHE U
uMeeT MHTepPBAIBHBIN XapakTep, T.e. BbIpaskaeTcd WHTepBaJIaMU BO3MOMKHBIX 3HAUEHUU JaH-
vpix. YcenenoBan Haubomee OOIIMIA CIydal, KOTia UHTEPBAJIBI SBIAIOTCH PEe3yIbTaTaMU H3Me-
PeHuil KaK B HE3aBUCUMBIX (IIPEJUKTOPHBIX) IIEPEMEHHBIX, TAK U B 3aBUCUMOH (KPUTEPHUATIHLHOI)
epeMeHHOM. Beenennl mousaTHA ¢Ia60i M CHJIBHOM COIVIACOBAHHOCTH JIAHHBIX U ITAPAMETPOB
(yHEIHOHANEHON 3aBUCHMOCTH. POPMYIUPOBKY 33/1a9 CBEJEHBI K MCCIEOBAHUIO M OLIEHUBA-
HUIO Pa3INYHBIX MHOKECTB PelleHNH J7I1 NHTEPBAIBLHOU CHCTeMb] ypaBHEHUU, II0CTPOEHHOH 110
obpabarpiBaeMbiM qaHHbIM. [101PO6HO pacCMOTPEHO CHIIBHOE COTIACOBAHUE IAaPaMeTPOB U JaH-
HBIX Kak 0oJiee MpakTUdHOe, 60JIee afeKBaTHOe PeaIbHOCTH U 00JIa1atoIee JIydIIiMH TeOPeTH-
yeckumu cBoiicrBamu. OIIEHKY IapaMeTpoB 3aBHCHMOCTH, IIOJIyIaeMble C YIETOM CHIBHOIO CO-
[VIACOBAHWS, UMEOT IIOJIMHOMHUAIBHYIO BBIYUCIUTENBHYIO CJI0KHOCTb, POOACTHBI, ITIOYTH BCETAa
MMEI0T KOHEYHYIO BapuabelIbHOCTh, 4 TaKKe JIMIIb YACTUIHO ITOABEPIKEHBI TAK HA3HIBAEMOMY
napanokcy E. 3. lemunenxo. [Ipemmosxena BhMUCIUTENBHAST TEXHOIOTHA PELIEHUA 3a/1a49H BOC-
CTaHOBJIEHUS JINHEHHOM 3aBUCUMOCTH B YCIOBUSIX WHTEPBAIHHON HEOIPEAEIeHHOCTH JaHHBIX U
¢ y4eToM TpeGOBaHUSA CHIBHOTO COIVIACOBAHUA. Fe OCHOBOH CIIy:KHUT TEXHWKA, OCHOBAHHAS HA
NPUMEHEHNUH TaK Ha3bIBAEMOTO PACIIO3HAIOIIETO (DYHKI[HOHAIA MHOKECTBA PEIIIEHUH 3a[a9u —
CIEIMAaIBHOTO OTOOPAKEHNsI, KOTOPOe 3HAKOM CBOMX 3HAYEHWH PACIO3HAET IPUHAIIEKHOCTHh
TOYKH MHOKECTBY PEIIeHH ¥ OJHOBPEMEHHO JaeT KOJUIECTBEHHYIO Mepy 9TON IIPUHAJIEKHO-
cru. O6CysxmaTCs CBOMCTBA pacrosHarolero gyHkmronanra. OmeHKoi mapaMeTpoB BOCCTAHAB-
JIMBAEMOM 3aBHCHMOCTH ITPUHUMAETCA TOYKA MAKCHMyMa 3TOTO (PYyHKITHOHAA, KOTopas obecre-
YHBaeT HAWIydIllee COIVIACOBAHIE IapaMeTPOB U JAaHHBIX (MM MX HAUMeHbIIlee PaccoriacoBa-
are). COOTBETCTBEHHO, TPAKTHIECKAS PEATM3AIUI 9TOTO O/IX0/Ia, HA3BAHHOIO «METOZ0OM MAakK-
CHMyMa COIVIACOBAHU», CBOMUTCA K YNCIIEHHOMY HaXO0K/IEHUI0 6€3yCI0BHOIO MAKCHMyMa PacIIo-
3HAIOIIETO (PyHKIMOHAIA — BOTHYTOM HemIankoi pyukuuu. B sarmouenre paGoThl IpUBEIeH
KOHKPETHBIH IPUMep PeIIeHus 3a1a91 BOCCTAHOBIEHN THHENHON (DYHKIIUHY 110 JTaHHBIM U3Me-
PeHul ¢ UHTepPBAJIIbHOU HEOIIpeleIeHHOCTHIO.
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We consider the data fitting problem under uncertainty, which is not described by probabilistic laws, but is
limited in magnitude and has an interval character, i.e., is expressed by the intervals of possible data val-
ues. The most general case is considered when the intervals represent the measurement results both in in-
dependent (predictor) variables and in the dependent (criterial) variables. The concepts of weak and
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strong compatibility of data and parameters of functional dependence are introduced. It is shown that the
resulting formulations of problems are reduced to the study and estimation of various solution sets for an
interval system of equations constructed from the processed data. We discuss in detail the strong compati-
bility of the parameters and data, as more practical, more adequate to the reality and possessing better
theoretical properties. The estimates of the function parameters, obtained in view of the strong compati-
bility, have a polynomial computational complexity, are robust, almost always have finite variability, and
are also only partially affected by the so-called Demidenko paradox. We also propose a computational tech-
nology for solving the problem of constructing a linear functional dependence under interval data uncer-
tainty and take into account the requirement of strong compatibility. It is based on the application of the
so-called recognizing functional of the problem solution set — a special mapping, which recognizes, by the
sign of the values, whether a point belongs to the solution set and simultaneously provides a quantitative
measure of this membership. The properties of the recognizing functional are discussed. The maximum
point of this functional is taken as an estimate of the parameters of the functional dependency under con-
struction, which ensures the best compatibility between the parameters and data (or their least discrep-
ancy). Accordingly, the practical implementation of this approach, named “maximum compatibility
method,” is reduced to the computation of the unconditional maximum of the recognizing functional — a
concave non-smooth function. A specific example of solving the data fitting problem for a linear function
from measurement data with interval uncertainty is presented.

Keywords: data fitting problem; interval data uncertainty; compatibility of the parameters and data;
weak compatibility; strong compatibility; interval system of equations; united solution set; tolerable solu-

tion set; recognizing functional.

BBenenune

IIpenmer paGoThl — pasBUTHE METOLOB aHAIU3A
IaHHBIX, KOTOpPbIe HETOYHbI W HUMEIT HHTEePBaJIb-
HyI0 HeompeJeleHHOCTb. MBI paccMaTpuBaeM 3ana-
9y BOCCTAHOBJIEHUA JIUMHENHON 3aBUCUMOCTH BUIA

¥y =Bo + Bixy + Baxg + ... + Brxy, (1)

B KOTOPOH X1, X9, ..., X, — HE3ABUCHMbIE II€PEMEH-
Hble (HasbIBAEMble TAKMKEe BXOIHBIMU WU IIPEIUK-
TOPHBIMH TIEPEMEHHBIMH); Y — 3aBUCUMAS [T€PEMEH-
Has (Ha3pIBaeMas TakKKe BBIXOMHON HIN KPUTEPH-
alBHOHN TepeMeHHoi), a By, By, ..., B, — HEKoTopbIe
KOB(PPUITUEHTHI. T HEU3BECTHBIE KO3 (UITHEHTHI
IOJKHBI OBITH OTIpeieIeHbl HA OCHOBE Psijia u3Mepe-
HUU 3HAYEHUH Xq, X9, ..., X, H Y. Bygem caurarsb, 4TO
BCETO MMeeTcs m W3MEePeHUiH, pesyabraTaMu KOTO-
PBIX SBIIAIOTCS

X115 X1gs oo Xy Yq
X915 Xggr oo Xops Vo @)
xml’ xm2’ o Xons Ym

(mepBbIi HUKHUN WHIEKC 0003HAYAeT HOMEp HU3Me-
peHus).

PaccmarpuBaemas 3amada BOCCTAHOBJIEHHS 3a-
BHCHMOCTEH — OIHA U3 KJIACCHYECKHX 3aaad4 obpa-
OOTKM [MaHHBIX, KOTOPYIO HATJSAHO HLIIOCTPHUPYET
puc. 1: Tpebyercd HAHUTH MIPIMYyI0, KOTOpas «HAH-
JIydInuM 06pasoM MpHOIHKAeT» MHOMKECTBO TOYEK,
MOJIyYEHHBIX B pe3yJIbTaTe H3MepPeHui WiIu HabJIio-
TeHUH.

B mpakruuecknx 3amadyax BOCCTAHOBJIEHHS 3a-
BHUCHMOCTEH MAHHBIE IMOYTH BCETIa HETOYHBI, II0-
CKOJIbKY Ha pesyJIbTAThl H3MEPEHUH BJIUAIOT BHEIII-
HEe HeKOHTPOJIHUPYyeMble (paKTOPhI, H3MEPUTEIbHBIE

npubOpbI He SABIAIOTCA a0COTIOTHO TOYHBIMH H T.II.
Hanee Gymem paboraThb C HEOIPEXEIeHHOCTIMU MU
HETOYHOCTAMHU B JJAHHBIX C IOMOIILI0 METOJOB WH-
TepBaIbHOTO aHaimusa (cM., Hanpumep, [1 —4]). [lpu
9TOM I Pe3yIbTAaTOB U3MEPEHUN 33JJaHHBIMU CUH-
TarnoTCd UHTEpPBaJbHbIEe OLI€HKHW, KOTOPBIM IIPHUHAJ-
JIeKaT UCTUHHbIE 3HAUYeHUd U3MEePAEMbIX BeIUYUH.
B wacrHOCTH, B paccmarpuBaeMo# HaMu 3a7ade orle-
HUBaHUA [1apaMeTpOB JUHENHOH 3aBUCHMOCTU MBI
cauTaeM, 4TO JaHbl HHTEePBaJIbI OJId xij nuy;:

x; € x;; = [infx;, supay)]

u y; € y; = [infy,, supy;l,

rze JKUPHBIA mIpUT 0603HAYAET (B COOTBETCTBHU C
HeopMaTbHBIM MEKIYHAPOIHBIM cTaHmapToM [5])
MHTEPBAIBbHOCTh COOTBETCTBYIOIIUX BenwuuH; inf u
Sup — oIlepallu¥ B3ATUA HUKHEW U BepxHeU rpa-
HUIl UHTEepBaja.

-

X

Puc. 1. Unniocrpanusa 3agady BOCCTAHOBIEHUA JTUHEHHOH
3aBUCHMOCTH

Fig. 1. Illustration of the data fitting problem
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AR

a

Puc. 2. Boccranosnenve TuHEHHON 3aBUCUMOCTH 110 HHTEP-
BaJIBHBIM JaHHBIM H3MepeHHﬁ

Fig. 2. Construction of a linear function dependence from
the interval measurement data

B mopobHO# mocraHoBKe 3amada BIlepBble ObLIa
paccmorpena B 1962 romy JI. B. Kamroposuuem B
crarbe [6], rme Takxke OBLIM KPATKO HAMEYEHBI JI0C-
TYITHBIE METOJIbI ee pelenus. B mociemayoire roab
3HAYUTEIbHBIE PE3yNbTAThl B TEOPHU W TIPAKTHYE-
CKOM peIleHUu! 3a/1a4¥ BOCCTAHOBJIEHUA 3aBHUCHUMO-
CTeH 110 UHTEPBAIbHBIM JAHHBIM ObLIH IIOJIyY€HbI B
paborax A. Il. Bomuuuua u ero yuenukos [7 — 9],
B. A. Cyxanosa [10], H. M. Ockop6una ¢ Koseramu
[11], C. U. Kumuua [12], C. U. CuusBaka u yue-
HukoB (cm. B wacrtumoctH, [13]), B. T. Ilonaka u
C. A. Hasuna [14], C. H. Kymkoga [15], A. JI. ITome-
pauresa u O. E. Poguonosoii [16], A. A. ITogpy:xko
u A. C. Ilogpysxro [17] u apyrux umcciemoBaresew.
JToMy ke BOIPOCY MOCBAINEHBI craTbu [18 —22],
Ppas3BHUBAOIINE TAK HA3BIBAEMBIH METOJ] MaKCHUMyMa
cormacoBanua. [Ipu srom B momaBisoiieM 60Jb-
IIUHCTBE PpaboT paccMaTpuBaiach YIPOIIeHHAST
(XOTA ¥ OYEeHBb BaKHAA C MPAKTUYECKON TOUKHU 3pe-
HHS) Bepcus 00IIeHd 3amadu, KOrga BXOAHBIE (mpe-
IUKTOPHBIE) IIEpEeMeHHbIe 3aal0TCA TOYHO, a orpa-
HUYEHHBIE HEOIMPEJeNeHHOCTH IPHUCYIIU TOJBKO
BBIXOAHBIM (KpUTEPUAILHBIM) IIEPEeMEHHBIM BOCCTA-
HaB/IMBAeMO# 3aBHCHUMOCTH. B manHo# pabdore maer-
ca perrenre Hambosiee 00IIeHd IMOCTAHOBKH, B KOTO-
POii HEBBIPOKIEHHBIE WHTEPBAIBI BO3MOKHBIX 3HA-
YEeHHUU 3a1aHbl KaK [IJIs BXOIHbBIX, TAK U IJIS BBIXOI-
HBIX ITIEPEMEHHBIX.

IlepBas zapybesxHas mybauKausa Ha paccMma-
TpuBaemyo temy npuHagaexutr @. IIsenme [23],
JaIbHEHIIIHEe Pe3yAbTaThl M UX 0030D MOKHO HAWTH,
HampuMmep, B [1, 24, 25]. Ciaexyer oTMeTHTb, UTO HC-
CIe[IOBAHUS 10 AHAIU3Y JAHHBIX C WHTEPBAJIbHOMU
HEOIIPeIeIEHHOCThI0 YaCTO HAXOAATCA B Oojiee IIH-
POKOM KOHTEKCTE TAK HAa3bIBAEMbIX «OTPAHUIEHHBIX
HeOIIpeeJIeHHOCTeH» (AHTIOA3bIIHbIE TEPMUHBI —
bounded uncertainty, set membership estimation,
U [Ip.), KOTJ]a MHOKECTBAMH, ONHMCHIBAIOIIUMHU HEOTI-
PeIeIeHHOCTH HHTEPECYOIINX HAC BEJINYUH, BBICTY-
Mal0T He TOJHKO 00BIYHBIE MHTEPBAJIBI MK UX 0000-

II[eHNsI, HO ¥ MHOTOTPAHHUKH, DJUIUIICOUILI U IPY-
rue Gosiee o006IKMe ITapaMETPH30BAHHBIE KJIACCHI
OTPAHUYEHHBIX MHOKECTB.

Cy1iecTByIoT HCCIEOBAHUA, B KOTOPBIX pac-
CMATPHUBAIOTC WHTEPBAJIbHBIE HEOIPEIeIeHHOCTH
n3MepeHui (HaOMOJeHW), HO B PaMKaX TEOpeTH-
KO-BEPOSITHOCTHBIX MOjeNiell peanbHOCTH [26 — 28].
3mech jKe MBI paccMaTpPUBaeM CUTYaIlHio, KOTja ai-
[apaTr TeOPHUU BEPOATHOCTEN He IPUMEHUM K OITHCa-
HUIO IIOT'PEITHOCTeN N3MepeHU.

Hraxk, pesynbTaThl U3MEPEHNH HETOYHBI, U MbI
MPEITI0IATAaeM, YTO OHU SIBJISIOTCI HEKOTOPHIMU WH-
TepBayiaMu, KOTOPbIE JAI0T ABYCTOPOHHUE IPAHHUIIBI
TOYHBIX 3HAYEHUH W3MEPEHHBIX BeJIUYUH. Bymem
CUHMTATH, YTO B PE3yJbTATE [-T0 U3MEPEeHUs II0JIyda-
0TCA TaKue WHTEPBAIbI X;{, X;9, ..., Xip, Y;, ITO HC-
TUHHOE 3HAYEHUE X, JIEKUT B X;;, HCTHHHOE 3HAYE-
HHE Xy — B Xj9 U T.JI. BIUIOTH J[0 Y, HICTHHHOE 3HaYe-
HEe KOTOPOTO JIEKUT B ;. IHBIMU CI0BAMH, BMECTO
(2) paccmaTprBaeM WHTEPBaIbHbBIE TaHHBIE

Xy, Xigs -een Xy, Np»
Xor1s Koy ooy Koy Yo (3)
xml’ xm2’ e xmn’ ym

HeobxomuMo HalTH UK OIEHUTH KO3((HUIIMEHTHI
B,J =0,1, .., n, 11a KOTOPBIX TUHEHHAA QYHKINA
(1) «mamayuium o6pasomM» MpUOIMKAET TaHHbIe (3)
(puc. 2). Ilpu sTOM HOeanbHbIM SBJISETCS CIydaH,
Korma rpaduK BOCCTAHABIMBAEMON 3aBUCHMOCTHU
«IIPOXOAUT dYepe3 BCe TOYKH H3MEpPeHHI», COBEp-
IIIEHHO TaK ke, KaK, HAIlpHMep, B 3a7jadye HHTEPIIO-
JIUPOBAHUS.

Ho B ycnoBHsAX HETOYHOCTH JAHHBIX, KOTZa pe-
3yJAbTAT KAKIOTO W3MEpPeHUs-HAOMIOIeHU BMECTO
TOYKHU IIPECTABJISET COOOM IeI0e MHOKECTBO BO3-
MOKHBIX 3HAUEeHHU paccMaTpUBaeMOM BeIUYUHBI,
caMo IOHATHE <«IIPOXOMKIEHUSI Yyepes TOUKH HabJIio-
IEeHU» WMeeT HEOJHO3HAUHBIH CMBICI. Temepb
MHOKECTBA HEOIIPEIEIEHHOCTH H3MEPEeHWH MIpuob-
peTamT CTPYKTYPY, YTO BBI3BIBAET HEOOXOZHUMOCTH
pasiuyaTh Te WK HWHbIE CIy4Yau MPOXOKIeHUI Ipa-
dura QyHKIME Yepes 3TH MHO:KECTBa. JTO 00bscC-
HSIeTCS, B YaCTHOCTH, TE€M, UTO BXOIbI U BBIXOMBI
crucTeMbl (COOTBETCTBYIOIINE HE3aBUCHUMBIM apry-
MeHTaM (PYHKIIUM U 3aBHCHMbBIM II€PEMEHHBIM) OT-
JIMYAIOTCS APYT OT ApyTa 1Mo PyHKIIHOHAIBHOMY Ha-
3HAYEHMHIO, 4 UX U3MEPEHUS MOTYT BBIIOJHATHCI OT-
JIMYHBIMH APYT OT APYra CIIoco0aMu WU Jake B pas-
HOE BpeMs.

HeobxomuMocTh pasnudaTh 9TH CIydYau ITOPO:K-
IlaeT MOHITHA CIab0To COTIacOBAHMA M CHILHOTO CO-
IJIACOBAHUSA MAHHBIX U [APAMETPOB BOCCTAHABIIH-
BaeMo¥ 3aBUCHMOCTH. B manmHoil pabore B mpooJ-
skenue crarei [20, 21] obcy:KIal0TCsa MpaKTHIEeCKHe
MEeTOIbI HAXOKIEHHUSA OIEHOK IIapaMeTpOB 3aBHCH-
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MOCTeM, YAOBJIETBOPAIOIINX YCJIOBHUIO CHJIBHOU CO-
[JIACOBAHHOCTU C JMaHHBbIMH. IloKazaHo, 4TO OHU
WMEIOT JIy4Illfe TEOPETUIECKHe CBOHCTBA U IIPAKTH-
yecku Oosiee ynoOubl. IlocTpoenue 3aBucuMocTel B
cMbIcie 00bHOrOo (ciaboro) coriacoBaHus OBLIO
moApoOHo paccMoTpeHo panee [18, 19, 22].

Ciraboe U CHIBHOE COIJIACOBaHHE TAaHHBIX
H mapaMeTpPOB 3aBHCHMOCTH

Iloxcrasasia dpopmanbHO ganubie (3) B BhIpake-
uue (1) 1719 BoccTaHABINBAEMOM (PYHKITHH, TI0Iyda-
€M WHTepBaJabHyi0 m X (n + 1)-cucreMy JTHHEHHBIX
anrebpanyecKux ypaBHEHHUH

+ xlan = Y

+ xZan = Yo (4)

Bo + xuby + wfy +
Bo + Xaify + XpPy +

BO + xmlBl + meB2 + ... F xman = Ym

wia (KpaTko)
XB =y, (5)

roe X = (xij) — wuHTepBanbHag m X (n + 1)-marpu-
1[a C IEepPBBIM CTOJOIIOM M3 equHWUII, ¥y = (y;,) — HH-
TepBanbHbIH m-BekTop u B = (By, By, ..., B,,)" — Bek-
Top n + 1 HEW3BECTHBIX. AHAIOTHIHO OOBIYHOMY
HEUWHTEPBAIHHOMY CJIydYai0 OI[EHHBaHWe IapaMer-
POB BOCCTaHABIWBAEMON 3aBUCHUMOCTH MOYKHO CUH-
TaTh «pelIeHHeM» STOM HWHTEPBATBHON CHCTEMBI
YpaBHEHHUH.

B wumeane rpadguk BoccTaHABIMBAEMOM 3aBHUCH-
MOCTH [TOJIKEH IIPOXOJIUTH Yepe3 BCe «TOYKHU IaH-
HBIX», KOTOPBIE TEeIeph SBIAIOTCI OpycamMu B IIPO-
crpancree R* * !, O6GbMHO WX Ha3bIBAIOT «Opycamm
HEeOIIpeIeIEHHOCTH 3aMepPoB». B BToOM KOHTEKCTE ec-
TECTBEHHBIM IIPEICTABISIETCS CIeAyIolee.

Onpedenenue 1. Habop mapamerpos B, By, ..., B,
paccMaTpuBaeMoOl JMHEWHOUW B3aBUCHUMOCTH CJ1abo
coriacyerca (WM IPOCTO COIJIacyeTcd) C HHTEP-
BATbHBIMU YKCIEPUMEHTATbHBIMH MTAHHBIMHA (X1,
X9y o0y Xin, ¥3), 1 = 1,2, ..., m, eclI¥ AJIST KAXKAOTO Ha-
OJIO[IeHNs [ B TIpefesiaX U3MEpPEHHBIX HHTEPBAJIOB
HaUJyTCAd TaKWe 3HAYEHUS X;; € Xj|, Xjg € Xjgy --ey
Xip € Xjp MY; €Y;, 9TO

Bo + Bixix + Boxig + ... + Buxin = i

B cooTBeTcTBHH ¢ 5TUM OIpeneIeHneM ITPOXOIK-
nenve rpaduKa KOHCTPYHUPYEMOH 3aBUCHMOCTH Ye-
pe3 «TOYKy» JAaHHBIX, CTABIIYI0 OPyCOM, TOHHMAET-
s IPOCTO KAK ee HeIyCToe IepecedeHne ¢ 9TUM 6py-
coMm (cm. puc. 2).

C wucnonnpzoBaHreM (OPMATbHOTO H3BIKA JIO-
UK TIPEJUKATOB OIpefiefieHre MHO:KecTBa Habo-
pos mapamerpoB P = (By, By, ..., B,)*, KOTOpBIE CO-

th

-

a

Puc. 3. Unniocrpanus cHIbHOTO COTVIACOBAHUA IIaPAMETPOB
JIMHEWHON MOJIeJIN ¥ MHTEePBAIbHBIX JAHHBIX H3MEePeHUuN

Fig. 3. Illustration of strong compatibility between the lin-
ear model parameters and interval measurement data

[JIACYIOTCS C JAHHBIMHU (3), BBIMVIATUT CIELYHOL[AM
obpasom:

{BeR+1EAX e X))y e y)(XB =)}.

B nHTEepBaNBHOM aHANMM3e OHO HAa3bIBaeTCA 00BemH-
HEHHBIM MHOKECTBOM pemreHuii =,..(X,y) wmuTep-
BaJIbHOH CHCTEMBbI JHHEHHBIX ajJrefpandecKux
ypasuernuii (4), (5) u HedoOpMaIBHO OMHUCHIBAETCS
KakK

EniX,y)={BecR *1XB=y
st HeKoTopeix X e X uy € y}.

Ho «pasmyBiruecsi» TOYKH-O6PYChI TAHHBIX IIPH-
o0peTaioT yie JOMOJHUTEIbHYI CTPYKTYpPY, KOTO-
PO He ObLIO Y HCXOAHBIX 0ECKOHEYHO MAJIbIX TOUEK.
OHH CTAaHOBATCS MPIMBIMH JE€KAPTOBBIMH IIPOU3BE-
IEeHUSIMH WHTEPBAJIOB, UMEIOIINX Pa3HbIH COIep:Ka-
TEbHBIA CMBIC], KOTOPbIe OTBEUAIOT BXOAHBLIM (He-
3aBHCHUMBIM) [E€PEMEHHBLIM ¥ BBIXOTHOU (3aBHCH-
Mol1) mepemenHoi. Kak ciencrsue, pasindyHbie rpa-
HH Opyca HeoIpeIeJeHHOCTH 3aMepa UMEIOT pasHoe
3HayeHwue (Ha puc. 2 9T0 BePTUKAIbHbBIE W TOPU30H-
TaJbHBIE CTOPOHBI IIPIMOYIOJIBHHKOB), a 3ajada
BOCCTAHOBJICHUSA 3aBHCHUMOCTEH M0 HETOYHBLIM JaH-
HBIM IpHOOpeTaeT HOBBIA cMbIicia. Temepbh BakHO
3HATh, KAK UMEHHO Tpad)uK BOCCTAHABIMBAEMOH 3a-
BHCHMOCTH IIPOXOIHUT depe3 OpyC HeoImpemeIeHHO-
CTHU 3aMepa.

Ecnu mporecc usMepeHus s3HAYEHHH BXOma M
BBIXOJIa PA3OPBAH BO BPEMEHHW U pasjelieH Ha JTa-
IIbI, KOTJlA BBIXOAbI HU3MEPAIOTCI MOCIe (PHKCALUN
3HAYEHHUU BXOMO0B, TO 0ojiee aJeKBaTHO IIOHUMAHUE
«COTJIACOBAHMS», [IPH KOTOPOM OTPAHHYEHNE HA BbI-
XO/le JIOJKHO BBITOJIHATHCI PABHOMEPHO IPHU JIO-
ObIX 3HAYEHMIX BXOJO0B. OTA CUTYALUA OIIMCHIBAET-
sl yiKe IPYTUM OIpeeIeHreM.

Onpedenenue 2. Habop mapamerpos By, By, ..., B,
paccMaTpuBaeMoOM JUHEHHON 3aBUCHMOCTH CHJIBLHO
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coTIacyeTcs C WHTEePBAJIbHBIMH DKCIEPUMEHTAJb-
HBIMH JaHHBIMH (X1, X9, ..., Xin, ¥i), L = 1, 2, ..., m,
€CIIU I/ KaKIO0ro HAOMIoOLe s 1 U1 JI00bIX 3HaUe-
HUH X;1 € X1, X9 € X9, ..., X;;, € X;,, B IIpegeaax usMme-
PEHHBIX HHTEPBAJIOB HAUETCA TAKOE Y; € ¥;, UTO

Bo + Bixir + Baxig + ... + Buxiy = i

JTO ompeseneHre HATIAHO WLIIOCTPUPYET
puc. 3. MHoxecTBO mapaMerpoB 3aBucuMocTH (1),
COTJIACYIOIIMXCS C JAHHBIMH 33/1a4¥ B CMBICTIE OIIpe-
neneHus 2, Ha (POPMaTBHOM S3BIKE OITHUCHIBAETCS
CIeIy oM 00pa3oM:

{BeR (VX e X)(Vy e »)(XB = y)}.

B mHTepBampHOM aHanmM3e 3TO MHOXKECTBO Ha-
3BIBAETCA JOIYCKOBBIM MHOJKECTBOM  PEIIeHHUH
=2, X, ¥) uHTEpBATBbHOM JTUHEHHON CHCTEMBI ypaB-
Henwu# (4), (5), Tak KaK UCTOPUIECKHN OHO BO3HHUKJIO
U3 PEIeHns MPAaKTHIECKHUX 3a7a4, B KOTOPBIX (OUTY-
PHUPYIOT HEKOTOPBIE «IOIyCKM» HA HapamMeTrphbl 00b-
exra [4, 29]. Hedopmansuo

EuX,y) ={BeR**"! | nna moboit X € X
BoInoHeHo X € y}.

3amady BOCCTAHOBJIEHHS 3aBHCHMOCTEH IO He-
TOYHBIM JaHHBIM OyJeM peuiaTh Mo CAeAyoiiei 06-
ey cxeMme:

1) BBOOMM KOJIHMYECTBEHHYIO «Mepy COrJIacoBa-
HHs» (ca00r0 WM CHJIBHOTO) IIapaMETPOB 3aBHUCH-
MOCTH ¥ MHTE€PBAIBHBIX TAHHBIX;

2) HaXOIMM TOYKY MAKCHMyMa 3TOU Mepbl u Oe-
peM ee B KadecTBe OIEHKH [TapaMeTpoB.

fcHo, 94TO TP MOCTATOYHO PA3yMHOM BBIOOpE
«MepBhI COTIIACOBAHU» OIEHKA MapaMeTPOB IO [aH-
HOMY crioco0y Bcerga Oymer monydena. Ho cosep-
[IIEHHO Heo0sI3aTe/bHO, YTO pPeabHOE COrIacOBaHMe
MOJIyYEeHHBIX ApaMeTPOB W JAHHBIX B CAMOM [ejie
O6yner umerh Mecto. MHBIMU ctoBaMH, KaK U B Tpa-
AU OHHOM HEWHTEepPBa/JIbHOM Ciy4dae, HHOrjia MoO-
JKeT He CyIeCcTBOBaTh Habopa IrapaMerTpoB, COIJIa-
CYIOIIUXCA C JaHHBIMH, T.€. JINHUHU, npoxonﬂmeﬁ ge-
pe3 Bce Opychl HEOIPEAEIEeHHOCTH 3aMepPOB B HYK-
HOM HaM CMBICJIe, O6I>I‘{HOM NN CUJIBHOM.

OCHOBHOIT BOIIPOC, BO3HUKAOIIUHA B CBI3H C HA-
MEYeHHBIM IIJIAHOM, COCTOUT B TOM, KAKOH B3ATh KO-
JIMYECTBEHHYI0 MepPy CHJILHOTO COTJIACOBAHUS/HECO-
[JIaCOBAHUs MAPAMETPOB U JaHHBIX?

Cy1iecTByIoT ecrecTBeHHbIe TPeOOBAaHUA, KOTO-
phIM 3Ta Mepa [OJLKHA YIOBIETBOPATH. B mporecce
PeIIeHusI MOryT BOSHHKHYTH JB€ Ka4eCTBEHHO OT-
JIUYHBbIE APYT OT APyTa CATYAIlNH, KOTJa MHOMKECTBO
pellieHuii myCcTo U KOTJa OHO Hemmycro. BrigBienue
9TOTO OTINYHA MOKHO BO3JIOKUTH HA HAIIY MepPy CO-
riiacoBaHusi/Hecornacopauusa. [Ipu HemycTroM MHO-
JKECTBE PEIIeHUH OHA OJIKHA OBITH IIOJIOKHUTENb-
HOU WM TIO0 KpalHel Mepe HEOTPHUIATEIbHOU MAJIA

TOYEK M3 STOr0 MHOKECTBA, HA KOTOPBIX COIIacoBa-
HHe B CAMOM Jejie JoCTUraeTcs. s Touex BHe MHO-
JKECTBA PEIeHUM, HA KOTOPBLIX COTJIACOBAHHUS HET,
OHA MOKeT OBITh oTpurarenbHoi. Takum obpasom,
3HAK BEJIUYHUHBI DTOM MephI OyAeT CILy:KUTh IIPHU3HA-
KOM ITyCTOTHI UJIX HEIIyCTOThI MHOKECTBAa peIHeHHfI.
Kpome Toro, B ciiyyae HemwycToro MHOKECTBA pellle-
HHUH I TOYEK ero IPaHMIbl Mepa COIIACOBAHMUS
IOKHA OBITH He OOJbIle, YeM [JIA TOYEeK M3 ero
BHyTpeHHOCTH. [[anee mogpo6HO pacCMOTPUM CHIIb-
HOe COIJIacOBaHUe IIapaMeTpOB JUHEWHOU 3aBHUCH-
MOCTH ¥ UHTEPBaJIbHBIX JAHHBIX.

HNHaTepBaIbHBIE CHCTEMBI
JHHEHHBIX ypaBHEHUH

IIpu perteHuH 3amavyy BOCCTAHOBJIEHUA JTHUHEMH-
HOW 3aBUCHMOCTH II0 JAHHBIM C WHTEPBAJIbHOU He-
OIIPEeeIEHHOCThI0 BOSHUKAET HHTEPBAIbHAI CHCTE-
Ma (4), (5) muHeNHbIX anrebpandyecKux ypaBHEHUH

Bo + %1181 +x5By +...+ 2, B, =4,
Bo + X91B1 + XgoPg +...+ X5,B, =¥o,

BO +xm1B1 +xm2B2 +"'+xman =Ym>

nin (KpaTko)
Xp =y,

rne X = (x;) — uHTepBanbHAA M X (n + 1)-maTpu-
nauy = (y;) — UHTEPBAIbHBIN M-BEKTOP. ITO QOp-
MaJbHaA 3aIKCh, 0003HAYAIOIAA CEMEUCTBO TOUEU-
HBIX JUHEHHBIX cucTeM X[} =y TO# Ke CTPYKTYpHI,
yT0o 1 uHTEepBasbHag cucrema, c X € Xuy € y. Kax-
Iasg cucTeMa JMHEHHBIX aaredpanvyecKux ypaBHe-
unit XP =y, marpuna xKotopoi X B3sgTa W3 HHTEP-
BaJbHOM MaTpuilbl X, a mpaBad 4acTb y U3 Y, MOKET
VMeTh pelleHud, KOTOpble BO MHOTHX CHUTYaIAAX
MMeeT CMBICI PAacCMaTPUBATh COBMECTHO, €IWHOMU
COBOKYITHOCTBIO, T.e. 00bequuuB ux. Ha srom mytu
MBI TIOJIy4YaeM TaK HasbIBaeMoe 00heIMHEeHHOe MHO-
JKECTBO pelleHun

E.niX,y) = {B e R**1 | cymecrsyior
TaKHeXeXHy ey, ‘lTOXB :y}

(amrmosaseraabiii Tepmua — united solution set).
OHo hopmanusyer, MO-BUIUMOMY, HauOojiee IIpo-
CTOE W eCTeCTBEHHOe IIOHHUMAaHWEe «peIIeHUusd» HH-
TepPBaJIHLHON CUCTEMBI YPaBHEHUH. OTOMY MHOKECT-
BY W PA3JIUYHBIM CIIOCO0AM €r0 HAXOKIEHUSI U OIle-
HUBAHWS IIOCBAIIEHO OTPOMHOE KOMHMYECTBO PaboT
(eMm., B wacTHOCTH, [1, 3, 4, 14, 18, 19, 22, 25]).
CunbHOE coTIacoBaHWe MApaMeTPOB W JTAHHBIX
IUKTYeT JPyroe MOHWMAHUE PeIleHuHd WHTEepPBaJb-
HOHM cucreMbl ypaBHeHmil. EMy coorBeTcTByeT Tak
HAa3bIBAeMOe JIOIYCKOBOE MHOKECTBO PEIIeHUN WH-
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TEepBaJIbHON JIMHEWHOU CHCTEMbl YpPaBHEHUH —
MHOKECTBO

EoX,y) = {B e R** ! | nna moboit

X € X crpasemnuBo XP € y}

(amrmoaseranbiil TepMuH — tolerable solution set).
ITO MHOKECTBO BCEBO3MOKHBIX BEKTOPOB [3, /I KO-
TOpBIX TMpousBemenne X[ momazaer B HHTEPBAJbI
npaBbix vacrei y npu a00bix X € X. JlomyckoBoe
MHOKECTBO PEeIIeHHH MOKEeT OKa3aThbCs IIYCTHIM,
€CJIM WHTEPBAJIbI IIPABON YaCTH «CIAUIIKOM Y3KH» B
CPaBHEHHHU C WHTEPBAJIAMH BJIEMEHTOB MATPHUIIHL.
Torma npoussenenune X[ momydaer «6ObIION pas-
Max», KOTOPbIH MOJKET HE YMECTHUTbCA B «KOPHIO-
pax» IpaBbIX YaCTeH CHCTEMBI.

Herpymuo momaTb, uro Bcerma &,,(X,y) e
€ B,,(X,y), T.e. MIOIyCKOBOE MHOKECTBO PEIIeHUN
ABJIAETCA IIOAMHOKECTBOM OOBEIMHEHHOTO MHO-
JKeCTBA pelreHwid. B TepMmHAax 3amauM BocCTa-
HOBJIEHUS 3aBHCHMOCTEH 3TO O3HAYAET, YTO eCiu
MMeeT MeCTO CHJIbHOE COTJIACOBAaHWE IapaMeTpPOB U
NAaHHBIX, TO TeM 0oJjiee CIPABEIIHUBO OOBIYHOE CO-
rJIacCOBaHMUeE.

CyiiecTByeT HECKOJIBKO Pe3yIbTATOB, NAIOIUX
aHAIUTHIECKHUE OIMCAHUS JOIyCKOBOTO MHOKECTBA
pellleHul Id WHTEPBAJIbHBIX JIUHEWHBIX CHCTEM.
B wacraoctu, reopema . Pona [4, 30] npencrasis-
eT JOIyCKOBOE MHOKECTBO PEIleHHUI B BHUJE pelle-
HHS CHCTE€MBI JHWHEHHBIX aire0panmdecKux Hepa-
BeHcTB. [locKonbKYy 3amada pereHus TaKuX CHCTEM
VMeeT IOJIMHOMHAIBHYI0 CIOKHOCTH (CM., HAIPH-
mep [31]), To u3 Teopembr Y. Pona cimenyer, uto B
00111eM ciiydae paclo3HABAHUE IIyCTOTHI/HEITYCTOThI
JOTIyCKOBOTO MHOKECTBa PEIIeHHUH ¥ OTBhICKAHUE
TOYKU U3 HETO TAKKE MOTYT BBIIOIHATHCA 34 IIOJHU-
HOMHAJIBHOE OT pPasMepoB 3aga4du Bpemd. J[ss aroro
0COOEHHO ymOOHBI PA3BUTHIE METOIbI JIMHEHHOTO
MIPOTPAMMHUPOBAHUA U PEATU3YIOIHe WX TOTOBbIE
MMaKeThbI IIPOTPAMM U IPOIIEIYPHI.

UpesBbMaliHO  BaKHBIM I [IOHUMAHUSI
CBOMCTB CHJILHOTO COTJIACOBAHUSA IIAPAMETPOB U HH-
TepPBaIBHBIX JAHHBIX B 3a/[a9€ BOCCTAHOBICHUS JIH-
HEeWHOH 3aBUCUMOCTH ABJIAETCA CIeAYIOIIUN pe3yilb-
rar HU. A. lapoi [32, 33]1.

Kpumepuii neozpanuuennocmu 0OnycK08020
MHoscecmea  pewenuii. Hemycroe momyckoBoe
MHOKECTBO pelleHHH HHTEepBAJIbLHOM CHCTEMbI
JUHEHHBIX anrebpanvyeckux ypaBHEHUH Heorpa-
HUYEHHO TOTJA U TOJBKO TOT/A, KOTJia B MaTpHIIe
CHUCTEMBI eCTh JIMHEeHHO 3aBUCHMble HEHHTEPBAIb-
HbIE CTOJIOIBI.

1 B pa6ore [32] misa HanMeHOBaHU [JOILyCKOBOIO MHOKECTBA
pelleHnH WHTEPBATBHBIX CHCTEM YPaBHEHWH WHCIIOIb3Y-
eTCsl yCTApeBIIHH TEPMHH «IOILyCTHMOE MHOKECTBO pe-
HIeHUMN».

HanomHmMM, 4TO MHOXECTBO BEKTOPOB JIMHEHHO-
T'0 IIPOCTPAHCTBA Ha3bIBAETCA TUHENHO 3aBUCUMBbIM,
€CIIA CyIIeCTBYIOT TaKue CKaJldpbl, HEe BCe PaBHBIE
HYJII0, 9TO JIMHEHHAs KOMOUHAIUA BEKTOPOB C OTH-
MH CKaJIApaM{ paBHA HYyJIeBOMy BekTopy. lIpuse-
JEeHHBIM KpUTEepPUM OTPAaHMYEHHOCTH II0KAa3bIBAeT,
YTO JIOILyCKOBOE MHOKECTBO PellleHU HeOTpaHUIeH-
HO JINIIb B UCKIIOUYUTENbHBIX CIy4adx, KOTOpPbIe 3a-
BEZIOMO He BBITIOJHAIOTCH, €CIU BXOIHbIe IlepeMeH-
HbIe UMeIOT CyllecCTBeHHbIe HHTepBaIbHbIE Heollpe-
IEJIeHHOCTH. JTO CIeAyeT M3 TOTO, YTO IIPH CIIOKe-
HHUU WHTEPBAJIOB HX IIUPWHA He yMeHbIIaercd (cM.
CIeqyIoUni pasaen), U IOTOMY HeTpUBUANbHASA JIHU-
HeWHasd KOMOMHAITHUA HEBBIPO:KIEHHBIX HHTEPBAIOB
HUKOT/IAa HE CMOKeT 3aHyIUThCA.

MeToa pacmo3Haomero (pyHKIITHOHAIA

KpaTko u310:KuM HU3BECTHBIE PE3YAbTATHI O I0-
IIYCKOBOM MHOKECTBE PEIIeHHUH, OIy0INKOBAHHBIE
pauee, B yactHocTH, B [4, 29]. Jlamee moHamoburcs
KJIaccHYecKas MHTepBajbHas apudmeruka IR — ain-
redpanyeckas cucrema, oOpasoBaHHAd HHTEpPBaja-
mu x = [infx, supx] BemecrBennoi ocu R Tak, uro
U151 J1F000% apud)MeTHIEeCKOM OIepaIiiu «#» M3 MHO-
skeerBa {+, —, -, /} pesyabTar omepamun MexKIy HH-
TepBAJIAMHU OIpPeAeIAeTCa «II0 IMIPeACTABUTEIIM»,
T.e. KaK

xxy={x*y|lxex,y ey}

PazBepHyTble KOHCTPYKTHUBHBIE (QOPMYJIbI A
apu)MeTHYECKUX ONEePaIldil BBITJIAAAT CIELYIOIINM
obpaszom:

x +y = [infx + infy, supx + supy],
x —y = [infx — supy, supx — infy],
x *y = [min S, max S],

roe S = {infx = infy,
sSupx = supy},

infx = supy, supx *infy,

x/y = x = [1/supy, 1/infy] opu 0 € y.

OtrnpaBHOW TOYKOH [MATBHEUIIUX MOCTPOECHUMN
ABIAETCA CIEAYIONUHM Pe3yabTar: Iad WHTEPBab-
HOIT m X (n + 1)-cucreMbl JUHEHHBIX anreOpamde-
ckux ypasHenui Xf = y touka p € R* * ! npunazme-
JKAT MOIIyCKOBOMY MHOKECTBY pemreHuiut =,,;(X,y)
TOT/Ia ¥ TOJBKO TOT/Ia, KOTJa

X-Bey, (6)

rme «» — WHTEPBAJbHOE MATPUYHOE YMHOKEHWUE.
CrpaBe[IMBOCTh 9TOTO OIHUCAHHUS CIENAyeT U3
CBOMCTB MHTEPBAJIBbHOI'0 MaTPUYHO-BEKTOPHOTO yM-
HOKEHHS U OIPEJEeJIeHus JOILyCKOBOTO MHOKECTBA
pemtenwuii (cum. [4, 29]). [Ipeobpasyem BraOUeHwme (6)
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B apyryio dopmy. IIpexme Bcero mepemnwiinem (6) B
BHE paBHOCI/IJIbHOﬁ CHUCTEMBI IIOKOMIIOHEHTHBIX MH-
TepBaIbHBIX BKIoYeHui. 1o onpenenenuio

X-By=xp,i=12.,m,
J=0

rie yaoOHO CYHUTaTh, YTO CAMBIH IIEPBBINA CTOJIOEI]
Matpuilsl X, COCTaBIEHHBIH U3 eANHUIl, UMeeT Hy-
nesoit Homep. Torga Bmecto (6) MOMKHO HAITHUCATD

n
leJBJ ey, 1=1,2 ...,m. (7
j=0
O6o3HaUUM
. 1 .
midy; = 5(sup y; —infy;) — cepenuna uHTEpBaIA Y;,
1.
rady; = 5(1nf y; + supy;) — paguyc UHTepBaia y;.

IIpencraBum mpaBble yacTu BEaOdeHud (7) B
BHJIE CYMM CPEIHMX TOYEK M yPABHOBEIIEHHBIX MH-
TepBasos [-rady;, rady,]:

Y x;B; e midy; + [-rady; rady;],i = 1,2, .., m.
=0

HlobaBisas Temeph K 00€MM YACTSIM BKIIOUYEHHH
1o (- midy;), moxy4aum

n
injﬁj —-midy,; € [-rady;, rady;],i = 1,2, ..., m.
=0

Ho BrmoueHne mHTEpBaia B yPaBHOBEIICHHBIN
vHTepBan [-rady;, rady,] MOXHO SKBHBAIEHTHBIM
o0pasoM 3anucaTh KaK HEPABEHCTBO

n
midy, - > x,8,|<rady;, i =1,2,..,m,
=0

4TO paBHOCHUJIBHO

n
radyi — mldyl _leJBJ > 0, l = ]., 2, ey M.
Jj=0

ITosToMy B 11€7T0M

X -Bey<rady,—|midy, —inj[}j >0,
=0
1=1,2,..,m.

Haxosner, ¢ moMoIIpi0 omepanyuu MUHUMyMa
MOJKHO CBEPHYTDH II0 I KOHBIOHKIIMIO HEPABEHCTB B

IpaBO¥ YaCTH IIOJIyYEeHHOU JIOTUYECKOH SKBUBA-
JIEHTHOCTH:

n
. i . —|midy. - B>
X ﬁey@lrgég rady;, —|mid y; J;xUBJ >0.

M5! IpHIILTH K CAEAYIOUIEMY PE3YIbTaTy:

Teopema. Ilycts X — unTepBanmbHaga m X (n +
+ 1)-MaTpuIiia, y — WHTEPBAIbHBIA /M -BEKTOP.
Torpa BeIpaskeHHEM

Tol(B, X, y) = lrgig rady; —|midy,; - Z:')xifﬂj
J:

samaerca orobpasxenme Tol: R**1 x IR?*+1 x
X IR™ - R Takoe, 4TO IPHHAIIEKHOCTH TOYKH
BeR**! fomyckoBOMy MHOMKECTBY peLIeHUH
=2,,,X, y) uHTEpBAIBHOM JTUHEHHON CHCTEMbI ypaB-
Henuit X[ =y paBHOCHIbHA HEOTPHUIIATEIbHOCTH
Tol B Touke J3, T.e.

BeE,X,y) < TolB, X, y) 0.

Taxum 06pas3oM, JOILyCKOBOE MHOKECTBO pelie-
wuil E,,;(X,y) UHTepBAIBHON JTHHEHHOU CHUCTEMBI
SABJIAETCH MHOKECTBOM YPOBHSA

{B € R**1|Tol(B, X, y) >0}

orobpaskenus Tol. Bymem naswiBaTh 9T0 0TOOpasKe-
HUE «PACIO3HAIIINM (PYHKITMOHAIOM> JIOILyCKOBOTO
MHOKECTBA PEIleHni, TaK KaK ero 06J1acThio 3HaJYe-
HUM SBJISETCS YHCIOBOE MHOMKecTBO R, T.e. Berect-
BEHHAs OCh, a TIOCPECTBOM 3HAKA CBOMX 3HAYEHUH
Tol «pacmosHaeT» MPUHAMIEKHOCT TOYKHA MHOMKE-
CTBY Etol(X7 y)

KoucrieKTMBHO H3I0KMM CBOMCTBA PAaCIO3HA-
forero yurnuonana. Mx moapobHbIe A0Ka3aTelhb-
cTBa MOKHO HauTH B [4, 29].

IIpe:xnme Bcero, dyurimonan Tol HempepbiBeH
1o BceM cBouM mepeMmeHHbIM. Pyurmnuonan Tol —
BOorHyThIii 1m0 [ Berogy B R**+1 u, kak cmencrsue,
yunmoganbabiid. @yurnmonan Tol(B, X, y) — monu-
SAPANbHBIN, T.€. €ro MOArPa(UK — IIOIUIAPATHLHOE
MHO’KECTBO, a Tpad)uK COCTABJIE€H U3 KyCKOB THIIEP-
rrockocreit (puc. 4). Hakonern, Tol(B, X, y) mocrura-
eT KOHEYHOT0 MaKCHMyMa HA BCEM IIPOCTPAHCTBE
Rn + 1'

Ecau Tol(B, X, y) > 0, To p — TOYKa TOITOIOTH-
geckod BHyTpeHHocTH intE,;(X,y) mpomyckoBoro
MHOKecTBa pemnieHui. [loacHUM, 9YTO TOYKA TOIOIO-
THYECKOH BHYTPEHHOCTH — 3TO TOYKA MHOKECTBA,
MPUHAIIEKAIAI eMy BMECTe C HEKOTOPBIM IIapoM
(OTHOCHUTEIBHO KAKOH-TO HOPMBI), MMEIOIIUM I[EHTP
B 9To# Touke. CiemoBaTenbHO, TOYKH U3 BHYTPEHHO-
CTH MHOKECTBA OCTAIOTCH MPUHAIEIKAIINME STOMY
MHOM¥KECTBY Oaxe IIPU UX MaJIbIX «IIIeBEJIEHUAX», YTO
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Puc. 4. Tunuyueii rpaduk pacrosHamwInero GyHKIMOHAIA J0ILyCKOBOTO MHOMKECTBA PEIIeHUIH

Fig. 4. A typical graph of the recognizing functional for a tolerable solution set

HEPEeIKO BAKHO J7ia npakTuku. 1Ipu onpeneneHHbIX
HEOOpPEMEHHUTEIbHBIX YCAOBUAX HA HHTEPBAIHHYIO
cucremy X[ = y BepHO u o0paTHOe, T.e. 3 IIPUHA]-
aesxxknoctu P e int E,,,(X, y) ciaexyer crporoe Hepa-
serctso Tol(B, X, y) > 0 [4, 29].

Kaxk cnencrBue cdopMyInpoBaHHBIX Pe3yibTa-
TOB, C TMOMOIIbI0 PACIO3HAKIEr0 (QYHKIIHOHAIA
MOKHO BBIIIOJHHUTH HCCIEI0BAHNE HEILyCTOTHI/IycC-
TOTBI JIOILyCKOBOTO MHOKECTBA pEIIeHUH WHTEp-
BAIbHOM CHCTEMbI JIMHEHHBLIX aredpandecKux
ypaBuenuit Xp =y mo cnexyroiieit cxeme. Perraem
3aga4dy 6e3yCcaI0BHON MaKCHUMH3AIIMH PACIIO3HAOIIIe-
ro dyurmuonana Tol(B, X, y). Ilycrs natimenHbIi
MakcuMyM gocturaercs B Touke € R” * ! u pasen

U = max Tol(3, X, y)

Torna:

eciu U>0, 10 1€ E,,(X,y) € I, T.e. momycko-
BO€ MHOKECTBO pellleHutl cucreMbl X[ = y HeIycTo
U T JEKUT B HEM;

ectu U > 0,0 T € int &, ,(X, y) € I, u npunaz-
JIEKHOCTb TOYKH T JIOILyCKOBOMY MHOKECTBY pellie-
HUU YCTOMYMBA K MaJTbIM BO3MYIleHUIM X U y;

ectu U <0, to E,;(X,y) = J, T.e. IOIyCKOBOE
MHOJKECTBO PELIeHUH WHTEPBAIHLHOU CHUCTEMBI JIH-
HeWHbIX ypaBHeHuit X = y mycro.
Cama BemumHa U = max Tol MokeT cayKuTh KOTu-
JeCTBEeHHOU Mepoi «3araca paspeluMoCTH» 3a/1a4n
(mpu U > 0) unu ke ee «qedUIATA Pa3PEITUMOCTH»
(mpu U < 0).

MeToa MakcHMyMa COIJIACOBAHMA:
«CHJIbBHAsA BEepCHUI»

Pesynbrarsl mpeqiecTBYIONIET0 pasiena MOK-
HO TIOJIOKUTDH B OCHOBY TIOJIX0/Ia K PEIEHUI0 3a1a9u
BOCCTAHOBJIEHUS JTUHEWHOU 3aBUCUMOCTHU 110 HETOY-
HBIM JaHHBIM, KOTOPOE YIOBJIETBOPSAET TPeOOBAHUIO
CHJIBHOH COTJIACOBAHHOCTH JAHHBIX U ITApaMeTPOB.

B coorBercTBHU C IIAHOM, HAMEUYEHHBIM B KOH-
Ile TepBOTO pasjena, HeoOXOAMMO BBECTH «Mepy
CUJIBHOTO COIJVIACOBAHWS / HECOIJIACOBAHUA» IIapa-
MeTpOB ¥ AaHHbIX. HamoMHMM, YTO IIpU HEILyCTOM
JIOTIyCKOBOM MHOJKECTBE PellleHnH OHa JI0KHA OBIThH
TIOJIO}KUTETBHOM JIJI TOYEK M3 3TOT0 MHOKECTBA, HA
KOTOPBIX «CHUJBHOE COTJIaCOBAHWE» B CAMOM Jeje
mocturaercd. J[1a Touek BHE IOIyCKOBOTO MHOKECT-
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Ba pelIeHni, Ha KOTOPBIX «CHJILHOTO COTJIACOBAHUA»
HET, OHA MOJKeT OBbITh OTpHuIlaTenbHoM. Takum obpa-
30M, HA POJIb MEPHI COTJIACOBAHUA OUYE€Hb ITOAXOMHUT
pacmosuaroruii pyurnronan Tol. B wactuaocru, Tol
pasiImyaeT TOYKHU TPAHUIBI U BHYTPEHHOCTH JOILyC-
KOBOT'O MHOKECTBA peIleHuH.

MpbI IpHUXOIUM K METOLY OIeHHBAHUS IapaMer-
POB JIMHEWHON 3aBUCUMOCTH 110 HETOYHBIM JJAHHBIM,
KOTOPBIH OymeM Has3bIBATh METOIOM MaKCHMyMa CO-
TJIaCOBaHMUA.

Owenkoii mapamMeTrpoB 6epeM TOYKY, B KOTOPOM
mocruraercsi HauboJblllee 3HAYEHHWE PaCIIO3HAIOIIe-
ro dgyuxnuonana Tol. CiaexcrBue Teopuu mpepime-
CTBYIOII[ETO paszesa:

ecim max Tol > 0, To HalifeHHasd TOYKA JICKUT
BO MHOJKECTBE [1apaMeTPOB, CHJILHO COTJIACYIOIINUXCS
C TaHHBIMU;

ecau max Tol < 0, To He cymiecTByeT mapaMer-
POB, CHJILHO COTJIACYIOIINXCS C HAaHHBIMH, HO HAH-
JIeHHAaA TOYKA MUHUMHU3UPYET «HEeCOTJIaCOBAHHOCTD>
IIapaMeTpoB U JAHHBIX.

ConepsxaTenbHas WHTEPIPETAIUS METOAa MakK-
CHMyMa COTJIACOBAHUS B CIydae HEeILyCTOr0 MHOKe-
crBa perienuii =, ,(X,y) MoKeT OBbITH, HAIpUMeEp,
TaKOH: OIleHKA IMapaMeTpoB, T.e. ApTYMEHT, Ha KOTO-
poMm mocruraercs max Tol, — 370 mocienHss TOYKA,
KOTOpAsi OCTAeTCSI B HEILyCTOM JOILyCKOBOM MHOKe-
CTBE PellIeHui IPU PABHOMEPHOM CYKeHUH BEKTopa
MIPaBOM YaCTU OTHOCUTEIBHO €ro cepeauHsl [4, 29].

OrmeTuM TaksKe, 9YTO [IJIS CIIy4as TOUEUHBIX TaH-
HBIX CHJIbHAA BEPCHs MeTola MaKCHUMyMa COIJIAco-
Bauua (Tak e, Kak U o0bIYHAs «ciiadasi») COBIALAET
C TAaKk HA3bIBAEMBIM YeOBIIIEBCKAM CIIIAKHBAHHEM
IAHHBIX, KOTOPOE JABHO U YCIIEIIHO IIPHUMEHSIEeTCS
rpu 06paboTke gaHHbIX (cM., Hanpumep, [34]). B ca-
MOM Jiejie, eCJIM MaTPHUIla BXOAHBIX TaHHBIX X U BEK-
TOP BBIXOIHBLIX JAHHBIX Yy — TOYEUYHBIE (HEHHTEP-
BasnbHbIe), T.6. X = X = (xj) my =y = (y;), To ana
BCeX MHIEKCOB I, ]

rady; = 0, midy; = y;, x;; = x;;.

Pacmiosuaroruii yHKITHOHA JOIyCKOBOTO MHOKe-

CTBa peIHeHI/IfI IIPUHHUMAaeET IIPHU 9TOM BHU

Tol(B, X, y) = min y, =3 x| =
<t<m j=0

n
—max|y. — x..B:l=

=-max|(XP); —y;| = [|XB -y]]..
1<i<m

3nech mocpencTBoM | || |0 obo3Hauaercs yebbiies-
ckas HOpMa (co-HOpMa) BEKTOpa B KOHEYHOMEPHOM

mpoctpaHcTBe R™, KoTOpas onpenenseTcsa Kak
l|2][., = max|z,|.
1<i<m
Tornma

max Tol(B) = max (H| Xp - )=— min || Xp -
mas, Tol() = max (4] XB - l..) =~ min|| XB- ...
rockoabKy max(—f()) = —minf(B). Takum obpasom,
MAaKCHMH3AIMs PACIO3HAIIEro ByHKIIMOHAIA PaB-
HOCUJIbHA B 9TOM Ciiydyae MHUHHUMU3aAITUN T-Ie6bIIJ.IeB-
CKOI HOPMBI HEBASKYU peIlleHUs.

O6cy:xaenue

Kaxkosbl mipenmyiiiecTBa MeTo1a MaKCHMyMa CO-
IJIACOBAaHUA B IIPEJICTABIEHHON HAMU CHIBHOH Bep-
cun? Ilpexme Bcero, 5T0 MOMHMHOMHUAIBHAS CIIOMK-
HOCTb BBIUHUCIUTEIbHBIX AJTOPUTMOB, KOTOPBIE
obecrieynBalOT HaAXOKIeHMe OleHKu. HamomuamnMm,
9TO B c1ab0H BepCUH MeTo/[a MAKCUMyMa COTJIacoBa-
HHS PACIIO3HABAHUE IIyCTOTHI/HEIYCTOThI U OI[eHH-
BaHHe 00beIMHEHHOT0 MHOKECTBA PEIIeHUN ABJIA-
orca NP-TpynubiMu 3amadyamu, KOTOpbIe TPeOyIOT
IIJIST CBOETO PEIIeHus B 00IeM ciaydae SKCIIOHEeHIH-
a7TbHO CIOKHBIX aITOPUTMOB [4].

dpyruM BasKHBIM IIPEMMYIIECTBOM CHUJIBHOU
BEpPCHH MEeTOja MaKCHMyMa COTJIACOBAHUS SBJISAETCS
po6aCcTHOCTD OIEHOK, IIOHUMAaeMasa KaK UX yCTOHYH-
BOCTH K BO3MYII[eHUAM B JaHHbIX. OHA BBHITEKAET U3
TOTO (paKTa, YTO IOIYCKOBOE MHOKECTBO PEIIeHME
WHTEPBAJIbHBIX CHCTEM JHHEHHBIX alredpandecKux
ypaBHEHHU sBiaAeTcd Haubojiee yCTOHYHUBBLIM W3
BCEX MHOKECTB PELIeHUU U IIepexo]] K HeEMy HMeeT
peryaspusyomuit apderr [35].

Eme omHO mpemMyIecTBo «CHIBHOTO» METOAa
MaKCHMyMa COTJIACOBAHMWI, TECHO CBI3aHHOE C IIpe-
IBIIYIINM, — KOHEeYHad BapuabelbHOCTh (M3MEeHYH-
BOCTH) OIIEHOK, IIOJYyYaeMbIX C €r0 ITOMOIIb0. Kpu-
tepuit . A. lllapoit HeorpaHUYEHHOCTH [[OILYCKOBO-
ro MHOKeCTBa pelteHui [32, 33] umeer cBouM cien-
CTBHEM TO 0OCTOATENHCTBO, YTO MHOKECTBO Iapa-
METPOB, YIOBIETBOPAIIIUX YCIOBHUIO CHJIHHOTO
COTJIACOBAHUA, IIOYTH BCET/Ia OKA3hIBAETCA OTPAHU-
yeHHbIM. Kcnu ayisi He3aBUCHUMBIX (IIPEIUKTOPHBIX)
TepeMEeHHbBIX JaHHBIE CYI[eCTBEHHO WHTEPBAJIBHBI,
TO BTa OTPAHWUYEHHOCTh UMEET MECTO JajKe TOr[a,
KOT/Ia COCTaBJIEHHAA M3 HUX MATPUIA UMeeT HeIloJ-
HBI pPaHr ¥ KOIZla U3MepeHUU MeHbIlle, YeM Heus-
BecTHBIX napameTpoB. OTMeueHHOe CBOHCTBO HJLITIO-
CTPUPYeT IIpUMep, NPUBENEHHBIH B CIEAYIOIEM
pasnene.

Haxowner, BoccTaHOBIEHHE 3aBUCHUMOCTEN IIO
WHTEPBAJIbHBIM JAHHBIM C IIOMOIIBI0 CHJILHON BEP-
CHY MaKCHMyMa COTJIACOBAHUS JIUIIIb YACTHIHO TIOJ-
BEPIKEHO Tak HasbiBaemomy «mapamorcy E. 3. Ile-
MUJEHKO», copmyaupoBanuomy B [36]. Ero cyrs
MOkeT ObITh KpPaTKO M €MKO BbIpajkeHa (pasoit
«4eM Jiydiiie, TeM Xy:xe». J[e0 B ToM, YTO IPUCYTCT-
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BHe HEOIPENeIeHHOCTH B JAHHBIX ABJIIETCA HEMXKe-
JIaTeJIbHBIM SIBJIEHHEM, KOTOpPOe HCKaKaeT WCTHH-
HYI0 KapTHHY PeaJbHOCTH, a MOTOMY yMEHbIIIeHUe
9TOH HEOIpPeNeleHHOCTH, T.€. CYyKeHHEe WHTEPBAIOB
IAHHBIX, IBJIAETCH MO3UTHUBHBIM (PAKTOM, KOTOPBIH,
Kas3ayioch ObI, JOJIKEH IIPUBETCTBOBATHCI W IIPUBO-
IUTH K JIy4IlIeMy PEUIEHHUI0 3aja9l BOCCTAHOBIEHU
sapucumocreit. Ho mpu 6osiee yskux uHTEpBaIax HC-
XOMHBIX JTAHHBIX 00bEJUHEHHOE MHOKECTBO pelie-
HUW WHTEPBAJIBHOUW CHCTEMbI yPaBHEHUU TaKKe Cy-
JKAEeTCS M MOKET BOODIIe crenaTbed mycThiM. Boibu-
paTh U3 Hero mapameTpbl CTAHOBUTCS TPYIHEE, YeM
IJIS1 MIAPOKUX WMCXOAHBIX AAHHBIX 3amadu. VHBIMH
CJIOBAMM, Ye€M BBIIIIE€ TOYHOCTh MCXOMHBIX TAHHBIX U
MeHbIIle UX WHTEpPBAIbHAA HEOIPEJIEIEeHHOCTb, TEM
Xy¥Ke yCIOBHS Ui OlleHuBaHuA rnapamerpos. U Ha-
0060pOT, YeM IINpe WHTEPBATIbHbIE HEOIPEIeIeHHO-
CTH, YeM MEHBIIIE 3HAEM O TOUHBIX 3HAUEHUIX U3Me-
PAEMBIX BEJIMYHWH, TEM JIydIlle JJIA MPoIlecca OleHH-
BaHWS IIApPaMeTPOB U TeM Oosiee GoraThiii HaGop pe-
3yJIBTATOB MOKHO HOJIy4IuTb. VIMEHHO Tak 06CTOUT
neso s cinaboii Bepcuu MeToia MaKCHMyMa COorJia-
COBAaHUA W MHOTHX [PYTUX METOJOB BOCCTAHOBJIE-
HUS 3aBUCUMOCTEH 110 MHTEPBAIHHBIM JAHHBIM, KO-
TOpbIe IBHO WM HEIBHO OCHOBBIBAIOTCA HA CIa60M
COTJIACOBAHUY ITAPaMEeTPOB U JAHHBIX U, KAK CIEICT-
BHE, Ha UCIO0Jb30BAaHUH 00HEIMHEHHOTO MHOKECTBA
peleHut.

Anamus «mapamokca E. 3. Jlemunenko» u croco-
00B €ero mpeoqoJIeHWsS MOKHO HAWTH B paborax
[18, 19]. Ho myisi cuibHOTO COrIacOBaHWS IIapaMer-
POB M JAaHHBIX CUTyallWs MeHseTcd. deMm Inupe uH-
TEepPBAJBI JAHHBIX 110 BXOAHBIM (IPEAUKTOPHBIM) I1e-
PEMEHHBIM BOCCTAHABINBAEMOIN 3aBUCHMOCTH, TEM
MeHbIIle [OIIYCKOBOE MHOKECTBO PEIIeHUH U TeM
Tpy/[IHEe BBIOMPATH M3 HETO MOAXOMISIINE MapaMer-
pot! [lyis “HTEPBAIOB BBIXOAHBIX (KPUTEPHAIBHBIX)
IepeMeHHbBIX BCe OCTaeTcs mo-mpe:kHemy. Ho B me-
JIOM TIOBEJI€HHUE OIEHOK CHJILHOTO COTJIACOBAHUA SB-
JIAeTcA MapaZoKCalIbHBIM «I0 JleMumeHKo» JIHIIb
YACTUIHO.

Peanuzamua

PazBuras B mpeamecTByONIUX pasaenax TeOpUs
OyneT MPaKTUYHOH U peabHO IIOJIE3HOH JIHIIh B
TOM CiIy4ae, KOTa B HAIlleM PAaCIOPSKEeHUN MMEeIOT-
cs1 3(pPEeKTUBHBIE METO/IBI JJIS HAXO0K/IEHUS BeTUIH-
bl max Tol, T.e. MakcuMyMa pacrnosHamoIero QyHk-
[HOHAJA J[OIyCKOBOTO MHOKecTBa pemieHuii. CBO-
CTBa PAaCHO3HAIOIIET0 (PYHKIMOHAIA PACCMOTPEHBI
BBIIIIE, ¥ OHU SBIIAIOTCSH [OCTATOYHO 6JIATOIIPUATHBI-
MU JIJ151 IPUMEHEHUs 3(Pp(PEeKTUBHBIX YUCIEHHBIX Me-
TOOOB OIITHUMH3AITUH.

B obmem cayuae 3amavya  BBIMUCIEHUS
max Tol — aT0 3amaua 6e3yCI0BHOM MAKCUMU3ALUN
BOTHYTOM HEIVIaJKoOH IeseBod qyukiun. Ee pere-
HUEe MOKeT OIHparbcd Ha MeTOJbl HEIVIaJKOU BBI-

MyKI0H OINTHMU3AINH, WHTEHCHBHO pPAa3BHBAEMbIE
yiKe B TedyeHHe HECKOIHKHX JEeCATKOB JIeT pasiud-
HBIMU HAYYHBIMU IIKOJIAMU Y HAC B CTPaHe U 34 PY-
6esxoM. ABTOp, B YACTHOCTH, JIABHO U YCIIEIIHO HC-
nos3yet pesynbraThl pabor H. 3. lllopa u ero co-
TpyauukoB u3 Mucruryra kubepHernkn HAH Yx-
paussl (cM., B yactuocru, [37, 38]).

Bonee pnecarunerus aBTopom CBOOOIHO pacIipo-
crpanserca mporpamma tolsolvty, KoTopyo Mo:kHO
3arpysurhb ¢ BeO-caiita «MHTepBalbHBIN aHAINU3 U
ero mnpwioxkenus» — http: //www.nsc.ru/interval
(pasmen «IIporpammHuoe obecrieuenue» u ganee «He-
KOTOpbIE WHTEPBAIBHBEIE MporpamMmsbl g Scilab»
nin «Hekoropble WHTEPBANBHBIE MMPOTPAMMBI IS
MATLAB»). IIporpamma mnpenHasHaueHa A GUC-
JIGHHOTO HAXOMKIEHUs 0e3yCIOBHOTO MaKCHUMyMa
pacrosHarorero ¢gyurnuonana Tol m wmcmonabsyer
B KauecTBe OCHOBBI aiaroputm ralgbb, cosmammbrii
II. . Cremorom (emy mocssieHa cratbs [38]).
®daxruueckn, tolsolvty — ouenb xoporas u mpose-
peHHas BpeMeHeM peaau3alusd MeToja MaKChuMyMa
COTJIACOBAHUA B CHJIBHOM CMBbICIE, KOTOPYIO MOYKHO
PEKOMEHI0BATH 1A PeIlleHns MPAKTHIEeCKUX 3a/1a4.

CpaBHUTENBHO HEJABHO MOABHUIACH BO3MOIK-
HOCTBH HKCIIOJIb30BATH MJIS HAXOKAEHUS MAKCHMyMa
pacmosHarorero dgyuriuonana Tol meromsr oTme-
JIAIOIUX IJI0CKOocTel, npemnoxkenube E. A, Hyp-
vunHcknM [39] u passursie najee E. A. Boponmosoii
[40]. Ha Be6-caiite «MHTepBaNbHBIA AHAIU3 U €TI0
NPWIOKEHUA» BBUIOKEHA CBOOOAHAA IporpaMMma
tolspaclip, peanusyroiias MeToO OTAEIAIONUAX ILIOC-
KOCTEH C [OMOJHUTENHHBIM OTCEYEHHWEM, IpeHa-
3HAYEHHAasd JJIA TeX JKe mesei, uro u tolsolvty. Mero-
IIbI OTCEKATOIIIUX IIOCKOCTEH XOPOII0 paboTaiT mpu
PasMepHOCTAX IMMPOCTPAHCTBA IMApaMEeTPOB A0 He-
CKOJIBKUX THICAY.

IIpumep

Paccmorpum B KauecTBe mpuMepa BOCCTAHOBIIE-
HHe JUHEHHOH 3aBUCUMOCTH

¥ = Bixy + Boxg + Baxs, €)

II0 UHTePBAJIbHBIM JAaHHBIM [IBYX U3MEpeHUuH, IIpu-
BeJIeHHBIM HUKe:

X1 X9 X3 y
[98, 100] [97, 99] [96, 98] [190, 210]
[99, 101] [98, 100] [97, 99] [200, 220]

OTMeTuM, 94TO B ITHX JAHHBIX OPYChI HEOIIPEeIeH-
HOCTH JIByX 3aME€POB CYIIECTBEHHO «HAJIETaT» APYT
Ha Jpyra: UX IepecedyeHrneM ABIgeTcd 6pyc ¢ Hemyc-
TON BHYTPEHHOCTHIO, pa3MepPhbl KOTOPOTO CPABHUMBI
C pasMepaMu MCXOIHBIX 6PYCOB TAHHBIX.
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s onipenmenenus mapaMeTpoB 3aBUCUMOCTH (8)
IIPUXOAVM K WHTEPBAIBHOM cUcTeMe JIMHEeWHBIX aj-
redpanvecKux ypaBHEHUN

[98, 10018, +[97, 9918, +[96, 9813, =[190, 210]

9

[99, 10113, +[98,1001B, +[97, 9913, =[200, 220], ©
KoTopas ABIAeTCca HeqooupeneneHoi. Bosee Toro,
WHTEPBaJIbHAA MAaTPHUIIA CUCTEMBI COIEPIKUT MATPH-
Iy HEeIIOJTHOTO paHra 1

98 98 98
{99 99 99)

O0benuHEHHOE MHOKECTBO peleHui cucreMbl (9)
ABNIAETCA HEOTPAHMYEHHBIM, TAK YTO BOCCTAHOBIIE-
HUe 3aBUCHUMOCTH HA OCHOBE OOBIYHOTO IIOHATHUSA CO-
rnacopanusa (Omupenenenue 1) mpemcraBiseTcsa 3a-
TpyAHUTENbHbIM. TeM He MeHee U B 3TUX Hebiaro-
MPUATHBIX YCIOBHUIX JOIIYCKOBOE MHOKECTBO pelre-
HUU MHTEePBaJIbHOU CHCTEMBI YpaBHEHUU HEILyCTO U
orpanudeHHo (cMm. kpurepuit Y. A. Illapoii).

Haxoxmenne  MakcuMyMma — paclO3HAIOIIETO
yHKIIOHAIA 9TOH CHCTEMBI C IIOMOIIBIO IIPOTPaM-

Mol tolsolvty maer smauenme max Tol = 3,9698, xo-
TOPOE JOCTUTAETCS B TOYKE

arg max Tol = (2,0603, 3 - 1076, 2,1 - 1079).

Ee MoxHO B34ATH B KauecTBe OIEHKH KO03(DPU-
IMEHTOB.

[Tosy4ueHHBINH OTBET MPHUBOAUT K THUIIOTE3E O
TOM, YTO 3HAYMMBIM B BOCCTAHABIWBAEMOUN 3aBUCHU-
MOCTH SBJISI€TCA TOJIbKO IEePBbIi Koaddumuent [,
Torga Kak Py u 3, OyAyIu mOYTH HyJIeBBIMH, HA HC-
cefyeMyio 3aBUCUMOCTb HUKAK He BIuAOT. [y wc-
CJIEIOBAHMS HTOTO BOIIPOCA HYIKHO MPEATPUHATE 60-
JIee ieTaJbHOE OIeHWBAHUE JIOIYCKOBOTO MHOKECT-
Ba peIIeHN# C MOMOIIbI0 METOAOB, OIMHUCAHHBIX, K
mpumepy, B (4, 29].

BHyTpenuve OIeHKH IOIyCKOBOTO MHOKECTBA
pettennit cucreMbl (7) OKa3bIBAIOTCI MAJIBIMU 10
pasMepaM HHTEpPBaJaMH, TOTAA KAK €r0o BHEIIHHE
OITeHKH — MHTEPBAJIBLI IIPUMEPHO [—2, 4] 110 KaK oM
M3 TPeX KOOPIWHAT. ITO CBUIETEILCTBYET O 3HAYH-
TEJbHOH IPOTSKEHHOCTH MHOKECTBA PEIIeHUH, KO-
TOpOe B IEJIOM ABJIAETCA TOHKOHU «IIJIACTUHKOM» €O
3HAYUTEIbLHBIMU pasMepamu. Ilomydaercs, 94To TH-
rmoTe3a 0 «HEe3HAYMMOCTU» K03 PUIMEHTOB By u P
HE MOKeT OBITh pelleHa YHUCTO MaTeMaTUIeCKUMU
CpeICTBAMHY H [JIA CBOETO IIOJTBEPIKACHUSI WIH OII-
poBep:keHHsT TpedyeT MOIOJIHUTENBHBIX COIEep:Ka-
TEeJIbHBIX COOOPAKEHHIA.

Hrorn m BHIBOIBI

B 3agauax BoccTaHOBIIEHHUS 3aBHCHAMOCTEH IIO
JAHHBIM C HHTEPBAJIbHON HeOIpeneIeHHOCTHIO Cle-
IyeT pas3indaTh BO3SMOKHBIE CIIOCOOBI COTJIACOBAHMUS

MHTEPBAJIBHBIX JAHHBIX C IapaMeTPaMy KOHCTPYH-
pyemMoii 3aBHCHMOCTH. B uYacTHOCTH, HEOOXOmHMO
BBECTHU IIOHATHUA CUJIBHOIO U CJIa6OTO COrjyiaCoBaHUA
IAHHBIX W [IAPAMETPOB, KOTOPbIE COOTBETCTBYIOT
PasIMYHOM POJH BXOAHBIX (IIPEIUKTOPHBIX) IIEpe-
MEHHBIX W BBIXOOHBIX (I{pI/ITepI/IaJIbHI:IX) IIepeMeH-
HBIX B IIPOITECCE M3MEPEHUs.

Paccmorpennslii B pabote MeTO MaKCHMyMa CO-
[JIACOBaHUSI — IEePCHEKTUBHBIA METO] BOCCTAHOB-
JIeHUSI 3aBHUCHUMOCTEH IJIA JAHHBIX C HHTEPBAJTIbHbI-
MU HEOIPEIEeNIeHHOCTIMA W HETOYHOCTSIMH, OCHO-
BaHHBIA HA MAKCUMHU3AIMHA PACIIO3HAOIIETO (PyHK-
[[MOHAJIa MHOKeCTBa pemreHui 3agadu. OH sBISET-
cs 06001IeHTEM Meroza 4e0BIIIIeBCKOTO
CriIaUBaHUA NTAHHBIX U MOKET CIYHKUTb Xopomeﬁ
QIbTEPHATUBOH TPATUIIMOHHBIM METOIAM PETPECCH-
OHHOTO AHA/IN3a, UCIOIb3YIOUAM TEOPETHKO-BEpO-
SITHOCTHBIE MOZEJIH OIIHOOK (B YACTHOCTH, TIOILYJISp-
HOMY MeTO[y HaWMEHBIIINX KBaaparToB). B pabore
paccMoTpeHa MOAU(UKAIINI METo/Ia MAKCUMyMa CO-
[JIACOBAHUSA IS CIydasi, KOrja IapaMeTpbl 3aBUCH-
MOCTH ¥ JAHHBIE JOJIKHBI YIOBIETBOPATD YCIOBHIO
CHUJILHOTO corsiacoBauusa. I[loKaszaHbl ee mpemMyIie-
cTBa mepen «caaboi Bepcuel» M HEKOTOPBIMH IPY-
MU METOJAMHU BOCCTAHOBJIEHUS 3aBHCUMOCTEH 10
WHTEPBATBHBIM JaHHBIM. HakoHel, 1aHbl peKOMeH-
AWMU TI0 TPAKTUYECKOH PeATTM3AINH TTPe/IJIOKeH-
HBIX TIO/IXOJIOB.
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