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XPOMATOTI'PA®UYECKRHUE METO/IbI B AHAJIU3E ITPOAYRTOB
BBITOBOM XUMHU 1 KOCMETUYECKHX CPEJICTB
HA COAEPKRAHUE ITAB
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Cmamus nocmynuaa 2 oxkmsbps 2017 2.

Pacemotrpena knaccudurarms [TAB, BxopsAImx B cocTaB MOIOIIUX CPEICTB, TI0 AUCCOIAAITAN
(byHRIFOHAIBHON 3apsiKeHHOM TPyHubl B BogHOM cpene. [TAB npencrasmsaror cob6oi MHOTO-
KOMITOHEHTHBIE CMECH CJIO/KHOTO COCTaBa, cocTosIme u3 romonoros [TAB u npumeceit uexop-
HBIX BellecTB. [[OKOMIIOHEHTHBIN AHAIN3 3TOTO BU/A ChIPhS, SBIIAIOIIANCA TPYA0EMKOH aHa-
JIUTHYECKOU 3a/ia4eii, IPOBOMAT B OCHOBHOM C IIPUMEHEHUeM MeTOJIOB Xxpomarorpaduun. B 3a-
BHICHMOCTH OT CTPOEHUS ¥ CIIEI[U(PHKN aHAINTA PUMeHSIOT ras3oByio (I'X) u BeicoK0a(dek-
THUBHYIO JKHIKOCTHYI0 Xpomarorpaduio (BOKX), wacto B coueranuu ¢ Macc-ClieKTpoMeTpUeit
(ITX/MC, BIEKX/MC), a raxxe Tourocnoiuyo xpomarorpaduio (TCX). B crarse mpusemen
0030p uccienoBaHuii B JaHHOH o61actu 3a mociaenuue 10 ger. Haunbosee pacnpocrpaneHHEbIM
meromom uccnenoBauusi ITAB asastierca BOMKX. dtor meroy 1mo3BosisieT uaeHTHUITIPOBATD U
OIPEeJIeJISITh HeJIeTydre aHAJIUTHI KAK C MAJIOH, TaK ¥ ¢ OOJIBIIION MOJIEKYJIIPHOM MaCCOU, TIPH
5TOM B GOJIBIIIMHCTBE CIIy4aeB HeT HeOOXOIMMOCTH B ITPEIBAPUTENIBHON JepuBarusanuu. [Ipu
HCIIOIb30BaHuy Meroa ['X HeoOXOvMM IepeBo/T aHAJIMTA B JIETy4He COeUHEHHUS, UTO 3HAIH-
TEJIBHO YCIOKHAET 3Tl Mpo6oroaroroBku. OIHAKO 9TOT METOJ AT BO3MOKHOCTE ITOJYYUTh
TIOJTHOE pasjeneHue roMosoros u usomepos MHorux ITAB. B coueranuu ¢ MC Bo3MO:HO 110-
JIy4eHre KOHKPETHBIX CTPYKTYPHBIX hparmenToB mosekysr IIAB. Merog TCX B ocHoBHOM HC-
TIOJIB3YIOT I TPyIoBoi unenTudgurarmu [TIAB. PaceMorpennbie ucenenoBanus ObLUIH Ha-
[IpaBIIEHbI Ha Pa3pab0TKy HOBBIX M MOAV(UKAIUIO CYIIECTBYIOIUX METOIUK; IIOMCK OIITHMA-
JIBHBIX YCIOBUH XpoMaTorpadHpoBaHus, IePUBATU3UPYIOIINX areHTOB, PAa3elUTEIbHbIX KO-
JIOHOK H T.]I.

KiroueBsIe c10Ba: IOBEPXHOCTHO-AKTUBHBIE BEIIECTBA; TA30Bas XpoMaTorpadust; BHICOKO-
a(peKTUBHAS JKHUIKOCTHAS XPOMAaTorpadus; XpOMaTO-MACC-CIEKTPOMETPHS; ObITOBAas XU-
MUST; KOCMETHYIECKAS [TPOJLYKITHSI.

CHROMATOGRAPHIC METHODS IN ANALYSIS OF HOUSEHOLD CHEMICALS
AND COSMETICS FOR THE PRESENCE OF SURFACE ACTIVE SUBSTANCES

© Liliya R. Mubarakoval:2, German K. Budnikov?

1 Kazan Federal University, Kazan, Russia; e-mail: Herman. Budnikov@kpfu.ru
2 JSC “Nefis Cosmetics”, Kazan, Russia, e-mail: mubarakova.1990@mail.ru

Submitted October 2, 2017.

Classification of the surfactants being a part of detergents by dissociation of their functional charged
group in an aqueous medium is considered. Surfactants are complex multicomponent mixtures con-
sisting of homologues of surfactants and impurities of starting materials. An exploratory analysis of
this type of raw material, which is a laborious analytical task, is carried out mainly by chromatographic
methods. Gas chromatography (GC), high performance liquid chromatography (HPLC), gas chroma-
tography in combination with mass spectrometry (GC-MS), high performance liquid chromatography
in combination with mass spectrometry (HPLC-MS) and thin layer chromatography (TLC) are used
depending on the structure and specificity of the analyte. A review of the research data in this field over
the past 10 years is presented. HPLC is the most common method for studying surfactants. This
method allows quantitative and qualitative determination of non-volatile analytes with both small and
large molecular weights without preliminary derivatization. When using the GC method, the analyte
must be converted to volatile compounds, which considerably complicates the stage of sample prepara-
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tion. However, this method makes it possible to obtain a complete separation of the homologs and iso-
mers of many surfactants. In combination with MS, it is possible to obtain specific structural frag-
ments of the surfactant molecules. TLC method is widely used for qualitative determination and sepa-
ration of surfactants. This method is mainly used for group identification of surfactants. The studies
thus cponsidered were aimed at developing new and modifying existing methods; search for optimal
chromatographic conditions, derivatizing agents, separation columns, etc.

Keywords: surfactants; gas chromatography; high performance liquid chromatography; mass-spec-
trometry; household chemicals; cosmetic products..

IToBepxuoctHo-akTuBHBIE BerectBa (IIAB) orHo-
CATCA K OCHOBHBIM ChIPDHEBBIM MaTEPHAIaM B IIPOH3-
BOJICTBE TIPOJYKTOB OBITOBOM XUMHU U KOCMETHUYE-
ckux cpezncts. ITomumo storo, ITAB Bxogar B cocras
BBITECHAIOIIMX AT€HTOB [JIA IIOBBIINIEHUA HeQTe-
OT[aYH IIACTA, UX MIMPOKO HUCIOIL3YIOT B KAYEeCTBE
IHCIIEPTraTOPOB MHUHEPAIOB, AHTUCTATUKOB, HHTH-
OUTOPOB KOPPO3WH, CTAOMIN3aTOPOB SMYJIBCHH U
med u T.a. O6mumii o6bem mpomssoxcrsa IIAB B
mupe poctur 20 MaH T B Tof [1] 1 ©UMeeT TeHIEeHITHIO
K yBenwmuennio. [llupokoe npumenennie ITAB o6bsic-
HAeTca OOJBIINM pPasHOOOpasueM XUMHUIECKOTO
CTPOEHHS, XAPAKTEePUIYIIero ux aMmpuduiIbHbIE
csoricrBa. Mosexrynnr IIAB cocrost us rugpoduib-
HOM TOJSPHOM TJIABHOM TPYNIbI (3apSiKeHHOM HIn
HE3apIIKEHHOM) ©  TUAPOPOOHOTO HEMOJIAPHOTO
YTJIEBOZIOPOAHOTO XBOCTA, B CBA3U C YeM MOTYT pac-
TBOPATHCA B IIONAPHBIX U HEMOJIPHBIX JKUTI-
KOCTSX, 061a71a10T CII0COOHOCTHI0 (DOPMUPOBATH MU-
IIeJLTBI, aCOPOMPOBAThCI HA TPAHUIIAX pasgena das
¥ yMEHbIIIATh TOBEPXHOCTHOE HATIIKEHHE.

Kaaccunduramua ITAB, ucnmoabs3yeMbIx
IPH IPOU3BOJACTBE TOBAPOB OBLITOBOM
XMMHH U KOCMETHYECKHX CPEICTB

Knaccuduranusa IIAB ocHoBana nHa ¢usmde-
CKHX CBOMCTBAX MOJIEKYJI WM 3apPA:KEeHHOCTH (DYHK-
MUOHANBHBIX rpymi. Hawubomee gacro ITAB kBamu-
(puIHpyIOT MO XapaKTepy WX AWCCOIMAIUHA B BOJ-
HOU cpene (HEMOHHBIE, AHUOHHBIE, KATHOHHBIE, aM-
(horepHbIe), a TaKKe 10 CIIOCOGHOCTH K aCCOITUAIIAN
B o0beMe KUIKOH (pasbl (MCTHHHO pacTBOPHUMEBIE U
KOJUIOMIHBIE) M II0 MOJIEKYJIAPHON Macce (HH3KO-
Monekryaapasie ¢ MM < 400, BBICOKOMOJIEKYJIAp-
ubie ¢ MM ~ 2000 - 20 000).

Anuonnbvle, uau anuonaxmuenvle, IIAB
(AITAB) mpu pacTBOopeHHU B Bojie 00pasyoT OTPH-
[ATeIHHO 3apSKeHHbIe HOHBI C [IUHHON YIIEBOIO-
POIHOM IEMOYKOoH (OpraHndYecKre aHWOHBI) U 06bIY-
HbIi KatnoH. AIIAB aBndroTCa aKTUBHBIMU HHTpE-
OUEeHTaMH IIEHOMOIOIINX CPECTB, KOTOphIe obecrre-
YUBAIOT BBICOKOE TIEHO0Opa30BaHue AajKe B JKEeCTKOM
BOJIE.

Ins npousBogcrea AIIAB mamubonee wacro wmc-
MOTB3YIOT CIIEAyIollee ChIpbe, obpasyroliee THAPO-
(hobHyI0 yacTs:

IUTHHHOIIEIIOYEYHbIE CIIUPTHI (IMHEHHbIE U Pas-
BEeTBJICHHBIE);

JMHEWHbIe 0Je(PUHBI ¢ KOHIIEBhIM WJIM BHYTPEH-
HUM TIOJIOKEHUEM [TBOUHOH CBSI3H U PA3BETBJIEHHbIE
oe(puHE;

AIKUI0EH30Ib], ATKWIHAPTAIUHBL U IPyTHe ajl-
KUJIMPOBAHHbBIE apOMATHYECKIE COeIUHEeHN,

IvHeHHbIe TapauHEI;

JKUPHBIE KUCIOTHI M UX MPOM3BOAHBIE (METHIIO-
BBIe 3(pUPHI, TIULEPUBI, ATKAHOIAMUIEI);

STOKCHJIATHI CIIUPTOB U AJTKUJI(PEHOIIOB.

Hdna mnomyuyeHus KOHEYHOUW aMQpUMUIBHON
CTPYKTYPhI IPUMEHSIOT Cyabgupyromue/cyabdhaTu-
pyroriie, ocdopHIHPYOIINe PeareHThl, STHIEHOK-
CHUJl, MAJEWHOBBIA aHTHUAPHUA, MOHOXJIOPYKCYCHYIO
KHCIIOTY, 111eJI09b, TPUITAHOJAMIH ¥ MHOTHE JIpyTHe
BemecTsa [2].

B mpousBomcTBe MPOAYKTOB OBITOBOM XMUMHHU H
KOCMETHYECKUX CPEeICTB OJHOM M3 Hamboiee pac-
mpocTpaHeHHbIX rpynn cuHteTmdecknx AITAB sae-
JIAIOTCS COMHU CIIOKHBIX 3(PUPOB CEPHOH KUCIOTHI —
ANTKWICYTh(PaThl ¥ ATKUISTOKCUCYIb(ATHI. AJTKUI-
cyasdarer (C,H,, , ;0S0;N) momyuaror cynbdaru-
pOBaHMEM HACBIIMIEHHBIX WKW HEHACBIIIEHHbIX TIep-
BUYHBIX BBICIIUX CIIMPTOB C MOCJIEAYIOIIEeN HeUTpa-
Iu3anvel Ienoubio win TpusranogaMuaoM. Cyib-
darupoBanue 3aka04YaeTCd BO B3aWMOEHCTBUU
(aTepuduKaIysg) IePBUYHOIO CIIUPTA C CEPHON MK
XJIOPCYTH(OHOBOM KHUCIOTOH, OJIEYMOM HJIH CEPHBIM
aHTHAPUIOM, B Pe3yjbTaTe 4Yero IPOUCXOIUT IIPH-
coenuuenue K coupty rpynmsl —SOsH. 9tu ITAB 06-
JIaflaloT BBICOKOM ITOBEPXHOCTHOM aKTHBHOCTHIO, IIe-
HOOOpAa3yIoIlel U JUCIIePTUPYIOIEH CIIOCOOHOCTHIO.
Anxuncynbdarsl IPpUMEHAIOT B KOCMETHKe KaK aK-
THUBHBIE AUCIEPraToOPhl, COMIOOHUIN3ATOPBI, CMAYH-
Barenu, (PIOTOPEareHThl, OHU TAaKKe BXOAAT B CO-
CTaB CPEJICTB AJA OYNCTKA W TPABIEHUS TBEPIbIX
TIOBEPXHOCTEH KaK CMaYyHUBaTeNH, TUIPOTPOIIBI U CH-
mepretuknu. Onnako takwe [IAB mpossasoor Hus-
KYI0 YCTOMYHMBOCTh B JKECTKOU BOJie, BHI3BIBAIOT Pas-
IpasKeHue KOKU U YMEPEHHO TOKCUYHBI. B KocMmeTH-
YEeCKUX PelenTypax IIeHOMOIOIINX CPEACTB dalle
BCET0 U3 TPYINObI AIKWICYITH(ATOB HCIOIB3YIOT
JaypuiICyIb(ar HATPUA U JaypPUiIcyabdaT TpUITa-
HOJIAMHHA.

Beenenwe B MoJeKyny ankuicyiIbgara 95TO-
kcurpynmnel (-CH,—CH,O-) mpuBogur X mocru-
sKeHHUI0 0ojiee MATKOTO [ePMAaTOJIOTHIECKOTO BO3-
neticrus. Takue IIAB nassiBaoT cynbdosTokcuia-
ramu. O6mas ¢opmyia CyIb(pOITOKCHIATOB —
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[RO(C,H,0),]SOsNa, rne R — yrmeBomopomubIit
pamukan, a n = 2-4. Ux momomas croocobHOCTb,
PaCTBOPUMOCTD U ITIEHO0OPAa30BAHUE B MEHbIIIEH CTe-
IIeHU 3aBHUCAT OT KecTKOocTH Boxbl. [lomyuaior mx
CyIb(aTHPOBAHUEM ATKUJIIIOIUI THICHTTHKOIEBbIX
2(pHPOB C MoCIenyoIei HeHTpaTru3aIuel meI0Ibio
[3]. Hauboiee MImpoko mpuMeHseTcs OKCUITHINPO-
BaHHBIA Jaypwicyiabdar HaTpua (JIaypHUIISTOK-
cuCyab(aT HATPHUA), PeiKe — OKCUITHINPOBAHHBIE
JIaypUiICyIb(PaThl MATHUAA U AMMOHUS.

Crenyrormas 6osblas TpymIa KPYIHOTOHHANK-
ueix AITAB — ankwun6bensosncynbgoHaThl U Apyrue
ankuwrapuiacyabgouatsl. It [IAB nmomyuaror B aBe
CTaIU¥ — ANKWIMPOBAHKE apOMaTHIECKOI0 YIJIEBO-
mopoja u cyiabguposanue [4, 5]. B monekymne cynb-
¢onaros — C,H,, , ;SO;-Nat — arom cepb! mpu-
coequHSIeTCI K aToMy yIiepoja aJKHILHOTO pajiu-
Kaysa. OT0 mpupaer cyiabgoHaTram 6o0jiee BBICOKYIO
CTOMKOCTb K THAPOIHU3Y. JIMHEHHbIe aJIKHI0eH30II-
Cysb(POHATHI IPEAIIOYTUTEIbHEH, YeM Pa3BeTBIICH-
HbIe, YTO CBA3aHO C HX Jydlleil 6uopasiaraeMo-
CTBI0. AJIKHJIAPHUICYIH(OHATHI B 3aBHCHMOCTH OT
CBOEH CTPYKTYPhI HCIOJIB3YIOTCI KAK COTI00MIN3a-
TOPBI, CMAYUBATEIH U 3(P(PEKTUBHBIE IHUCIIEPraTO-
pbl. OnHEUM M3 UX OCHOBHBIX HEIOCTATKOB SBJISETCS
HeZloCTaTOYHasA YyCTOMYUBOCTD B JKECTKOU BOJE.

B kagecrse AITAB mupoko IpuMeHSIIOT IPOAYK-
ThI, TMOJyYEHHBIE C HCIIOJH30BaHUEM 0-0JIe(HUHOB
Cig — Ci5. Anna-omeduHcyabdoHATHI IPENCTABIIA-
0T cO00M He WHAMBHUIYAIbHBIH IPOIYKT, a CMECh
ankencyinbgouaros (oxono 60 — 65 %) v rUIPOKCH-
ankaucyiabgouaTos (oxomo 30 -40 %). Onedun-
CyJb(DOHATHI TOJIyYAOT B YETHIPE CTAAMH: CYIb(U-
poBaHue 0le(pHHOB, BhIIEPKUBAHNE CYIb(OMACCHI,
HeUTpanusaIus 1enoubio u rugpoiaus [4]. Coepxu-
paImuM (PAKTOPOM IITHPOKOTO IIPOMBINIIEHHOTO
npousBogacTBa [IAB gamuoro Buma ABISIETCS IIBET-
HOCTBH 'OTOBOTO IPOIYKTA, BBIHY:KAAIOIIAS BBOAUTD
CTaIHI0 OTOCIIKY UK OYUCTEN. Abga-oreuHb 00-
JIQIAI0T XOPOoIed MeHo06pasyoIed CrrocoOHOCTHIO,
HE CTOJIb YYBCTBHTEJIBHBI K sKeCTKOCTH BOAbl. OHu
BXOMAT B COCTAB JKUKOTO MbLIA, TIEH /I BaHH, YHUC-
TAMIUX CPEICTE PA3JIMYHOTO HA3HAYEHMUS.

Cnenyromuii Bugy AIIAB — armunmsernoHaThI
¢ obreit popmymnoit RCOOCH,CH,SO;Na — mosy-
YaT MPAMOH KOHAEHCAIIMeH W3eTHOHATA HATPHUA
C JKUPHBIMHU KUCIOTAMU WU XJIOPAHTHIPUIAMHU KHC-
JIOT. AITMIN3€THOHATHI YCTOMYUBEI B JKECTKOU BOJIE,
MSATKO BO3IEHCTBYIOT Ha KOy, 00pasyloT BBICOKYIO
meHy u xopoiio 6uopasnaraemsl. It AITAB BBOIAT
B KyCKOBBIE MbLIa KaK IUCIIEPTraTOpPbl KAJbI[HEBOTO
MbLIa [6].

B mpowusBoicTBEe KOCMETHYECKOH IPOAYKIIUU
[IAPOKO IIPUMEHSIOT CyJIb(OCYKIIMHATEI — CIIOK-
HbIe MOHO- U TU3(UPHI CYITH(POTHTAPHON KUCIOTHL.
IIpoMBIIIIEHHO BasKHBIE CYJIb(OCYKIIMHATHI IIOJIY-
YaI0T W3 ;KUPHBIX KUCJIOT, AJKAHOJIAMUIOB JKHUPHBIX

KHCJIOT, & TaK/Ke 3TOKCHJIATOB AIKUI(EHOIOB WU
SKAPHBIX ¥ HUBIIUX CIHPTOB, TAKUX KaK OyTHIIOBBIM,
TeKCUJIOBBIN U 2-3TUIITeKCUIIOBBIH [7].

CyuiecTByer elje OJHO TEXHOJIOTHYECKOE Ha-
npasieHue passutus xumun [IAB — s10 Momudu-
Kallus HATypaIbHbIX Maces, HallpuMep, KOKOCOBOTO,
OJIMBKOBOTO HJIH KacTopoBoro. Meromom cyinbdaTu-
POBaHMS HATYPATBHOTO Macia ¢ MOCAeAYIOIel Hel-
Tpanusaue MoJydarT CMEeCh KHUPHBIX KHCIOT, B
CTPYKType KOTOPBIX THAPOKCHUJIbHAS TPYyINa 3ame-
HeHa Ha cyabgorpynmny (cyabdhaTHpOBaHHOE KACTO-
poBOe MacJo).

Eme omna rpynma markux AIIAB — kpwumnro-
aHuOHHBIEe mnOIUdTOKCHKAapOokcunaTtel R-(OCH, -
CH,),,—~0O-(CH,),~COONa — 061a1a10T XOpPOIIAMHU
COMIOOMTU3UPYIOIIMUMH CIOCOOHOCTAMMU, 0COOEHHO B
OTHOIIIEHWH PACTHUTEIbHBIX U 3(HUPHBIX Macein. [1o-
JIMATKOKAPOOKCUIATEI COBMECTUMBI ¢ KATHOHHBIMU
narpenuentamu. Takue AITAB npumensior B remsx
¥ MOJIOYKE /IS CHATHSI MaKHIKA.

Kamuonnwvie, uau ramuornaxmusernwvle, IIAB
(KITAB) mpu pacrBopeHHH B BOJe 00pasyioT II0JIO-
JKUTENIFHO 3apssKeHHBbIe HOHBI (OpraHmyecKue Ka-
THOHBI) ¥ HU3KOMOJIEKYJIAPHBIN annoH. Karunonusie
IIAB sHauuTeIbHO peske HCIOIb3YIT B IIPOU3BOJ-
CTBE KOCMETHYECKHX CPEICTB HM3-3a JKECTKOTO BO3-
IeWCTBHUA HA KOKY, B OCHOBHOM OHHU BXOJSAT B COCTaB
OIOJIACKHBATENIEH, KOHIUIIMOHEPOB, 0aIb3aMOB JIJIs
BoJioc u cpexnctB mua yrnanku. Muorue KITAB wuc-
MOJIb3YIOT KAK HHTHOUTOPBI KOPPO3UH, JUCIEPraTo-
PbI MUHEPAIBHBIX CYyCIIeH3UH, PIOTOPEareHThI.

KITAB noay4aroT Ha OCHOBE aMHUHOB U 4YeTBEp-
THYHBIX aMMOHHEBBIX ocHOBaHui. Ilo Tumy mossp-
Hoit rpynnsl RITAB nensar Ha anKuiaMUHBI, 3TOKCH-
JIaThl AMHHOB, AJKWIHMUIA30JUHBI U YETBEPTHUY-
Hble aMMoOHHeBble coemuHeHud. [loutm 90 % Bcex
raruonabix [TAB mpexncraBnsor co6oil yeTBepTHd-
HBbIe aMMOHHEeBbIe ocHoBaHus [2]. Ux moxydaroT me-
TUIUPOBAHNEM MEPBUYHBIX WJIM BTOPHYHBIX JKHP-
HBIX aMHWHOB. Bce ueTBepTHYHBIE aMMOHHEBBIE CO-
eIMHEeHUs MPOABJIAIOT OHOIUIHbIe U (DYHTUIHIHDIE
CBOICTBA, B OCOOEHHOCTH II0 OTHOIIEHHWIO K IpaM-
MOJIOKUTENbHBIM OakTepusaM [8]. K mammoit rpymire
IIAB orHOcsTCA IIETHITPUMETHIAMMOHUMA XJIOPHI,
OUIETHITAMETHIAMMOHUM XJIOPUI. AMUHOKCHIIBI
cocrasiuaiorT rpymmy IIAB, knaccudwmiupyembix
100 KaK KAaTHOHHBIE, 100 KaK OeTauHbl, B 3aBUCH-
moctu oT PH cpenpl. IIpombIlieHHO BaKHBIMHU
MIPefCTaBUTEIAMA TPYIObl SABAAOTCA CTEAPHII-,
Jaypua-, KOKOAMHAOIUMETUIAMHHOKCHUALI. OTHU
ITAB nposaBAAIOT MATKOCTD IT0 OTHOIIIEHUIO K KOKe U
IIHPOKO HCIIOJb3YIOTCI B KAuecTBe JETEPreHTOB B
CPeICTBAX IJIS MBITHS IIOCY/IbI, IIAMILYHIX ¥ MbLIAX.
AMHWHOOKCHIBI TUTPOCKOIIMYHEI, He CKJIOHHBI BBICTY-
maTh B POJIA OKHUCIUTEIEN U YCTOMYMBBI B CMECAX C
npyrumu ITAB [9].
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B cocraB KOHAMITMOHUPYIOMIUX HIAMITYHEH, KOH-
IUITNOHEPOB, 0ATH3aMOB U JIAKOB JJI1 BOJIOC BXOMAT
KATUOHHBIE OJIUMEPHI, KOTOphIe MOMydUau obiiee
Ha3BaHWe «IIOJIUKBApPTEHUyMbl». JlaHHbBIE coequHe-
HHUA cofepskaT (pyHKuuoHanbHy rpynmy -NTR,,
rme R — yrmeBomopoxusbrii paaukan. Ilonuksapre-
HUYMbI YMEHBIIAIOT CTATHYECKOE 3IIEKTPHIECTBO,
o6Jyier4yaioT pacuechiBaHWE BOJIOC, IPUAAIOT UM 00h-
eM 3a cueT o0pasyrolleics IOJIUMEPHOH IIeHKH [3].

Heuonozennvie, unu neuornnvre, IIAB (HITAB)
COZIEP:KAT OKCUITHUJIBHYI0 WIH OKCHUIIPOHHUIbHYIO
rpymmy. IIpu pacreopennu Hemonubix 1IAB B Bome
He MMPOHCXOAUT 00pa3oBaHusa HOHOB. B 3aBucumocTu
OT BBIOPAHHOH OCHOBBI VIS TOJYYeHUS SPUPOB
HITAB pasgensioT o CTpoeHHuIo:;

OKCHATHIMPOBAHHBIE CIUPTHI,

OKCHUATUINPOBAHHBIE JKUPHBIE KUCIOTHI;

OKCHUATUIMPOBAHHBIE MACTIA;

OKCHU3TUIMPOBAHHBIE ATKUIQEHOIBL;

OKCHU3TUJIMPOBAHHBIE AMU/IBI,

OKCHUATHJIMPOBAHHBIE COPOUTAHBDI,

OKCHUSTHJINPOBAHHBIE AJIKUIAMHUHBI;

COITOJIMMEPHI STUIEHOKCHA ¥ MPOIMICHOKCHIA
(monmumepusie I[TAB);

TIOTUTUAPOKCUCOETUHEHUA — 3(PUPBI TIIMKOJIS,
TVINIIEPUHA, TIUKO3UIO0B U TIOJTUTIMKO3UIOB, caxXa-
possr [3].

HITAB o6mamaior caabbiM — pasgpaskaroIuM
IeUCTBHEM Ha KOXKY W IITUPOKO MPUMEHATCA B CO-
CTaBe KOCMETHUYECKHX CPEICTB B KauecTBe CMavu-
BaTeJel, IUCIIePraToOpPoB, COMOMIU3aTopos. o
HIIAB B o61iem o6beme mpoussoacrsa ITAB cocras-
aset 20 %. OKCUsTUINPOBAHHBIE CITUPTHI UCITOIb3Y-
0T KaK KOMITIOHEHTHI MOIOIIHUX U YUCTAIIUX CPEICTB
I HU3KOTEMIEPATyPHOH CTUPKH, CMaYHUBaTEIH,
QUCIEPTATOPhI U COMIOOMIN3ATOPBI JHUIOMPUIBLHBIX
BEIIeCTB.

CioskHbIE 3(PUPHI JKUPHBIX KUCIOT U TIUIEPHHA
(HampuMep, MOHO- ¥ IUTJIUIEPUAbl HACHIIEHHBIX
sKUpHBIX KUCa0T Cig — Cig, OEMHOBOM U JIHUHOJE-
BOU KHCJOT) HIMPOKO NPUMEHAITCA B KOCMETHKE
Kak M00aBKH, IPHUAAIIIHE IIepIaMyTPOBBIH OTTe-
HOK, ¥ CTa0W/IN3aTOpPhI MEHbI, a B HHUIIEBOH IIPO-
MBIIIJIEHHOCTH — KAK IHIIEBbIE SMYJIbraTopbl U
3aryCTHTEJIH.

AnkunonaMuabl BXOAAT B COCTaB MOIOIIUX U
YUCTAIUX CPENCTB, IIIAMILyHEH, CPEeJICTB 1 BaHH U
IOylia B KadecTBe 3aryCTUTeNeH, CTa0HIN3aTOpOB
IIeHbI, TAKIKE OHH yaydIinaiT coBmecrumoctsb AITAB
¢ Koxkeii. OHAKO B IOCTIeHee BpeMs HCIOJIb30Ba-
HHe IUSTAHOJAMHIOB B IIPOM3BOACTBE KOCMETHKO-
TUTHEHUYECKUX CPEJCTB CHHUBUJIOCH, YTO CBA3AHO
C UX IpeAIoIaraeMoi Poabio B 00pa30BAHUH KaHIle-
POTEHHBIX HHUTPO30AMHHOB, OCOOEHHO B IIPHUCYT-
CTBUM BBIIENIAIONIUX (POPMATBIET T KOHCEPBAHTOB.

Cymecryer pang HIIAB, kmaccuduiupyeMmbix
KaK IICEeBIOKATHOHHBLIe HemoHoreHHole IIAB, mo-

CKOJIBKY B OIIPE/IEIEHHBIX YCIOBUAX JAHHBIE COETH-
HEHUA YACTUYHO HAXONATCI B KATHOHHOH (opme.
IIpencraBurensimu 9TOr0 Kiacca SBIAOTCI N-OK-
CHUIBI IMHHOIEIIOYEYHBIX TPETUIHBIX AaAMHHOB,
OKCHJbI TPETHYHBIX (DOCHPUHOKCHUIOB, ATKUIMETHII-
CyTbQOKCUIBI U ANTKAITHIPOKCUITHICY TH(OKCHIBI,
IUIAHHOIIEIIOYeIHbIe UMHUIA30IUHEI.

AMUHOKCHABI TPUMEHAT IIPH IIPOUBBOCTBE
MOIOIIKMX CPEJICTB KAK MMeH000pas3oBaTenu, crabuiu-
3aTOPBI MEHBI U 3aTyCTUTENN. AJTKHIAMUAIA30IHHbI
W3BECTHBI KaK 9MYJIbraTopbl, aHTUCTATUKU, HHTUOU-
TOPBI KOPPO3HUH.

Amgpomeprule nosepxHOCIMHO-GKMUBHYLE 8elye-
cmea (Am@pIIAB) comep:xar QyHKIIMOHATLHBIE
IPYIIIBI, CIIOCOGHBIE HECTH U OTPUIIATEIbHBIH, U 10~
JIOKUTENbHBIH 3apsan. [Ipeobnaganue Tex UiIu UHBIX
cBoiictB 3aBucut ot pH cpenbr. AMpIIAB obnagaior
OYeHb MSATKHM JepMaTOJOTHUYECKHUM BO3IeHCTBHEM,
OHU HHUBEJIHUPYIOT HEeIoCTaTKH aHuOHHBIX [IAB m
TIPUTOMHBI JJIS MBIThA JaXKe CAMBIX MaJIEHbKUX Je-
teit. Kpome Toro, o Moryt paborars B OYHUCTHTE-
JIAX MIEeIOYHOTO XapaKTepa, CIAyKATh TeH000pas3oBa-
TeNAMH, SMyJbraropamu u antucraTukamu. Camwu
o cebe aM(oTepHbIE COeTUHEHUS MOAPA3IEIIIOTCS
Ha amQonuThI U 6eTanHbl. B cTpyKType amdonuTos,
HAIIpUMep, AMUHOKHCIIOT, IIPUCYTCTBYET KAK MUHU-
MyM OJHH KHCJIbIH MPOTOH. B oriauune ot amdosau-
TOB, OeTarHbI He UMEIOT MTOABIKHOTO IIPOTOHA U AB-
JAIOTCA WCTHHHO aMQOTEepHBIMH, IIPEBPaIasich B
KIIAB B cunbpuOKHCIOM cpene. AMQOIUTHI IIOIyda-
0T B3aUMOJEUCTBHEM ;KHUPHBIX aMHUHOB C XJIOPYK-
CYCHOH KHCJIOTOM 60 aMHUHOB C aKPUIOBOM KHUCIIO-
toii. OmHako amM@ONUTHI He MOJYYHUIH IITHPOKOTO
IpUMeHeHus. BeTanHbl, TPOABIIONAE YCTOHIH-
BOCTb K JKECTKOU BO/ie, HUBKYI0 TOKCHUYHOCTD, MST-
KOCTb II0 OTHOIIIEHHIO K KOKe, XOpOoIlire meHooOpa-
3yIl[ie W MOIOIIIHE CBOMCTBA, UCIOIb3YIOT B IIPOU3-
BOJZICTBE CPEJCTB JIUIHOU TUTUEHHBI.

Creipbem g npousBozacTsa ITAB ciay:xar dpax-
UM He(TH, TPUPOAHBIE MACia U KUPBI, TOSTOMY
IIAB mnpencraBiadioT co60¥l CIOKHBIE IO COCTABY
MHOTOKOMIIOHEHTHbBIE CMECH, COCTOAIINE U3 TOMOJIO-
ros ITAB u npumeceit ncxomgubix BerecTs. Iloxkom-
TIOHEHTHBIA AHAJIW3 HTOTO BUAA CHIPhSI ABJIAETCS
TPYAOEMKOM aHATIUTHIECKOH 3aaueii. J[1a ee pere-
HUS WCIOIb3YIOT Pa3IWIHbIE METOAbL: THTPUMET-
puio, CIIeKTPOPOTOMETPHIO, KATTHIIIAPHBIN 3JI€KTPO-
dopes, xpomarorpaduio, SIeKTPOXUMHYECKIE METO-
nbl. Ha ceroguamuuii 1eHb OCHOBHBIMH METOAAMHU
anamusa [IAB npu mpousBocTBE TOBApOB OBITOBOM
XUMUHA U KOCMETHYECKHX CPEJCTB ABJIAIOTCA IBYX-
(aszHOe U TOTEHIMOMETPUIECKOe TUTPOBAHUE, TPa-
BUMeTpHUs u crekrpodoromerpusa. lIpumenenwne
9THUX METOJIOB OOBACHAETCS UX IIPOCTOTOMH, TeIeBu3-
HOH M BO3MOKHOCTBIO B PS€ CIy4aeB OIPEIeluThb
kmacc IIAB. Opgmako T MeTOAbI HMEIOT Cleny-
IOIl[Fie HEeIOCTATKH: HEeCeJeKTHBHOCTh II0 OTHOIIIe-
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HHIO K OTAenbHbIM mpezacraBurensm [IAB, nerou-
HOCTBH OIpe/ieIeHUd B CBSA3U C IPUCYTCTBUEM pPas-
JIMYHBIX MEIIAIOIIUX BEIEeCTB, OTCYTCTBHE BO3MOK-
HOCTH OII€HUTb TOMOJIOTHYECKOEe paclpejelieHre B
ceipbe [IAB. Takum 06paszom, Ipu IIOMOIIH STUX Me-
TOZOB HEBO3MOKHO IIPOBECTH WHINUBUAYAIBHYIO
unentuduranuio [IAB B ceiphe U TOTOBOM HPOAYK-
nuu. [lna pasmenenus U uaeHTU(UKAINN KaXKIOTO
OTIeJIbHOro KoMmoHeHTa B cMecu IIAB u B rorosoit
MPOAYKITAY TPEAIOYTHTEIbHBIMI SBIAIOTCI XpOMa-
Torpauyeckre MeToabl — ra3oBas XpoMaTorpagus
(I'X) mnu BbICOKOD(DERTUBHAL KUAKOCTHAT XpPOMa-
torpadua (BOKX) B couerannu ¢ pasaudHbIMH TH-
[MaMu JeTeKTUPOBAHUS.

BricokoaddexTuBHan
JKHIKOCTHAA XpoMaTorpadusa

B nacrosiee Bpemsa Han6osee MIUPOKO HUCIOIb-
3yeMbIM METOJIOM i pasieienus u ananusa [IAB
¥ IPOAYKIUHU HA uxX ocHOBe sBisgerca BOMX. Merox
MI03BOJISIET UAEHTU(DUITHIPOBATD U ONIPEIEeIUTD Helle-
Ty4YHe aHAJIUTHI KAK C MaJIOH, TaK U C OOJIBIION MO-
JIEKYJISIPHON MAcCCOH, IIPH 3TOM B OOJIBIITUHCTBE CIy-
yaeB HET HEeOOXOAWMOCTH IIPOBOAUTHL IIPEIBAPH-
TeJIbHYI0 nepuBaTusanuioo. laa xpomarorpaduye-
ckux pasgenenuit ITIAB u mpoaykToB mx pacmana
YacTo0 HCHOJIb3YIOT 00paIieHHO-)a30Bble KOJIOHKH
RP-18[10, 11] u RP-8 [12, 13]. B nienax pasgenenus
pana pasauunabix 1IAB aBtopsr cratbu [14] peko-
MEH/IYIOT HCIOIb30BaTh KOMOHKY Acclaim® (Dionex
Corp., CIITA). Ota KOIOHKA SBJISETCS BHICOKOCEIEK-
TUBHOM, MO3BOJAET IPOBOAUTH pasnpenenHue KITAB,
HITAB u AIIAB npu ogHOM ompesieneHun U obecte-
YUBAET ITOJIydYeHHe TUKOB XOPOIeil (hopMbI, 0cCOOEH-
o miasg KIIAB. ABTophl Takike HOOMINCH YIydIlleH-
HOTO pasjeneHud 3TokcuiaupoBaHubix 1IAB. Jlan-
Has KOJIOHKA IpuMeHuMa ais ompexpenenus [IAB
B MOIOIIUX CPEICTBAaX, KOHIUIIMOHEpaxX i 0eibd,
MIAMIYHAX W JKATKOCTAX [JIsT TIOJIOCKAHHS pTa.
Astops! cratsu [15] yctaHOBMIM, YTO HCIONIB30BA-
HHe TPOMHBIX HOJBHKHBIX (Da3 alleTOHUTPHI/MeTa-
HOJI/BOfIa TIO3BOJISIET CYIIECTBEHHO IIOBBICUTEH 3(-
(bekTUBHOCTH pasmeseHHus KOMIIOHEHTOB AaJIKHJI-
STOKCHCY/Nh(haTa HATPUA [0 CPABHEHHIO C IPUMe-
HeHWeM OWHApPHBIX MOJABWKHBIX (a3 aIeTOHHUT-
pwi/Boma u MeraHoJ/Bofa. B pabore ucronb3oBaiu
KOJIOHKH quameTpoM 4,6 MM, 3amorHeHHbIe cCOpOeH-
tamu Reduced Activity C18 u Spheri-5 Cyano (CN)
¢ pasmepom uactuil 5 MEMm. [y amanmusa ObLT BbI-
6pau mMeton obparenHo-aszosoit BOMKX ¢ nobasie-
HHEeM B MOABMIKHYI0 (hasy Iepxiopara HATPHUS U
doccoproi kKucmoTe! g0 3uavenus pH 2,5. Asropsl
MIPHUIIIHA K BBIBOJY, YTO KCIIOJb30BAHKE KOJIOHKH C
copbernrom C18 obecreunBaeT HauIydIlee pasieie-
HUe KOMIIOHEHTOB ChIpbA. JTa METOIUKA [TO3BOJISIET
TaKKe OIpPeNeNuTb IPHUPOLY HMCXOTHOTO ChIPhS II0

Beixoay muka C13, KOTOPBIH OTCYTCTBYeT B CiIydae
IIAB, nomy4yeHHOr0o u3 HPHUPOMSHOIO MAaTepPHAIIA.
B craree [16] mpemmnaraerca HCIOIb30BATh IJIS
oupenenenus AITAB B momomux cpeacrsax codera-
ume meromoB TCX, BOHKX m TBepmodasmoit skc-
Tpakuuu. ABTOpaMH I[OKA3aHO, YTO IIPUMEHEHIe
TPEeXKOMIIOHEHTHBIX TIOABMKHBLIX (ba3 cocraBa arle-
TOHUTPHJI/METAHOJI/BOIA TO3BOJAET IOBBICUTDH Ce-
JIEKTUBHOCTb ¥ 3(p(eKTUBHOCTH pa3IeIeHus KOM-
noneuToB IIAB B ycinoBusax obOparenHo-(hasoBoi
BI3KX. OtHocurenbHas MIOTPENIHOCTH OIpeRese-
HHsA cocTaBuia He 6osee 3 %. CTemeHb U3BICUEHUS
mpu  TBepAOohasHON DKCTPAKIIUU  HCCIELYEMBIX
AIIAB npesbimaia 97 %.

Metong BIiKX ¢ ¥Y®-merextrpoBanHueM u IIOI-
BIUKHOM  (pasoit  HadTaIuHIUCYIH(OHAT/AIETOo-
HUTPWII ITO3BOJISIET ONPENENIATh AIKAICYIb(AaThl U
QTKAJICYTH(POHATHI M3 MOIIIMX CPEJCTB, IOMaja-
I0II[e B BOJHYIO Cpely, Ha YPOBHE KOHIIEHTPAI[UU
(0,25 -1) - 107 mons/m [17].

YcnoBus xpoMaTorpaupoBaHua MOAOHPAIOT B
3aBUCHMOCTH OT KOHKPETHOH 3a/[au¥ U CIIeIM(PUKN
CHIPHEBBIX KOMITOHEHTOB. B HEKOTOPBIX CiIydasax It
VIIy4IlleHus pasmeleHus B MOABMKHYI0 (pasy MOryT
ObITh BHECEHBI J00aBKH (areraT aMMOHMUS, TPUITH-
JIaMWH), a TAKKe B KauecTBe MOAU(MUKATOPOB MOTYT
OBITh MCIIOJIb30BAHBI YKCYCHAS WX MypPaBbUHASI KH-
cnotel. J[71 ompenereHUA STOKCUMEPOB HOHUII(E-
HOJIOBBIX ITOJUITOKCUIATOB TPUMEHSIOT aMHHOK-
peMHe3eMHbIe WX IHAHOIPONUIOBbIE HOPMAJb-
HO-(pa3oBbIe KOJIOHKHU. B KauecTBe MOIBHKHBIX (has
MPEATIOYTHTEILHO HUCIOAb30BATh HEIMOMAPHLIE pac-
TBOpuTenu (TeKcaH, XJI0podopM, M3OIPOIIAHOI).
Psan uccnemoBaresneii Mcmonb3yeT s pasiesieHHs
srokcunnpoBanubix [IAB cnemuduueckue mogBr:x-
HbIe (pasbl.

Xpomarorpaduueckoe pasgenerue KIIAB uare
BCEro IMPOBOMAAT, IPHUMEHAST o0palleHHO-(a30ByI0
BOKX ¢ mogsmkHBIMU (hazamu, comep:KaluMu He-
OpraHuYecKue COJIH.

Meromom BAKX B cynbdonarax a-oneduHoB u
aNKMI0EH30/I0B KOHTPOIHUPYIOT COAEpPKaHUe CyJib-
TOHOB, KOTOPBIE SBJISIOTCA CHJIBHBIMH KOKHBIME
CEeHCUOMIN3AaTOPAMH: OHO HE [OJIKHO IIPEBBIIIATH
5 ppm. Camu a-omeuHBI MOTYT OBITH OIpPEIeeHbI
MerozoM obparenHo-asosoit BIOMKX [18]. aa
pasmeneHus JUHEHHBIX AJKUI0eH30/ICyIb)OHATOB
HCIOJNb3YIOT IIOABMIKHBIE (Dasbl BOa/TeTParuapo-
¢dypan, ameToHUTpUI TUO0 METAHOJ, COMEPIKAIIUH
MOHHBIA MOTU(MUKATOP.

IIAB HeKOTOpBIX KJIACCOB, UMEIOIINE B CBOEH
MOJIEKYJIIPHOM CTPYKTYype apoMaTHYeCKOe KOJIBI0
(HampuMep, TUHEHHbIE aTKIIOeH30ICyIbOHATHI U
HOHMI()EHOJIIIOIUITOKCHIATEI), HIAEHTHQUIIHPYIOT
metozom BOHKX B coueranuu ¢ YP u dryopecuient-
HBIM JIeTeKTHpoBaHueM. ¥ P-nerexkrop Takme IpH-
MEHHMM [JIi OIpeaeeHUs HEeKOTOPBIX KOHKPETHBIX
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karuoHHbIX [IAB, Takmx Kak xjgopuabl OGEH3aIKO-
HUA, a QIyOPECIEHTHBIH AETEKTOp — [JIA YaCTHd-
HOT'O PasiesieHus MMO3UIMOHHBIX H30MEpPOB M IIOJIY-
yeHuA uHopMAaInK 00 ATKUIHHOM eI JTHHEeHHBIX
ANTKUI0EH30JICYIb(DOHATOB, MOMABIINX U3 MOIOIIUX
CpencTB B OOBEKTBI OKpy:karomei cpexbl [19, 20].
Anudarnyeckre ITOBEPXHOCTHO-aKTHBHBIE —Belle-
CTBa M3-3a OTCYTCTBUSA Y HUX CroCo6HOCTH K Y P-110-
[VIOIIEHHUIO U (DILyOpEeCIeHIINH He0OXO0IMMO IIOIBED-
rarh JEPUBATHU3AINH C KCIOJIb30BAHUEM (DEHUIH-
30LHMaHaTa, HAaTUIN30IUAHATA U HA( THIXIOPH/IA.
IIpu onpenemennnu KITAB Tax:ixe mpuMeHAIOT METOS
BOX ¢ KOHIyKTOMETPHYECKUM HeTEKTHPOBAHHEM
[21]. Ilpumenenne meroma BIWKX B coueranwmu c
macc-criekrpomerpueit (BOKX-MC) obecreunBaer
4yBCTBUTEJBHOE U celleKTUBHOe onpenenenue [IAB,
a TakKe BO3MOKHOCTH OJHOBPEMEHHOHN HAeHTHU(U-
Kalliy aHAJINTOB HECKOJbKHUX KJIACCOB II0 MX MOJIe-
KyJIApHOM Macce, BPEMEHH YAEP:KMBAHUSI U MAacc-
CIIEKTpaM.

Astops! cratbu [22] paspaboranu MeTo[ ompe-
IeJIeHNsI YeTBEPTUYHBIX AMMOHUEBBIX COETUHEHUMH
B 00pasiiax TBepAbIX OTJIOMKEHWH W CTOYHBIX BO[I.
Ananur u3BIEKATH W3 00pA3IOB SKCTPAKIWEH 10
meroxy Cokciera u ompemensiun meromom BIMKX-
MC-MC. O6iue mpemensl OMpeneaeHus COCTABII-
or ot 0,6 10 3 MKI/KI IJIf TBEPIBIX OTIOKEHUH U OT
2 mo 5 MKT/KT A7a 06pasIioB cTOYHBIX BoA. B pabore
[23] mpexcraBieHa MeTOAWKA H3BJIEUYEHHS TBEPIO-
dasuoit sxcrparnueit KITAB 6ensankonusa xmopuma
M3 0CAJ0YHBIX OTJIOKEHUH C ITOCIEIYIOIIHM OIIpee-
neruem mMeromoMm JKX/MC wiu MC/MC. Asropamu
YCTAHOBJIEHO, YTO [JI HAWIYYIIEer0 H3BIIEYCHUS
aHaIuTa ONTUMAIBHOMN ITOABHKHON (pa30ii ABIISETCS
cMmech aneronutpui/Boga (6:4 wim 7:3). Paspa6o-
TaHHBIA MeTO]] 00eCIIeYnBaeT Mpeaesl 00HAPYKeHUs
MopAAKa CyOHT/T.

T'azoBasa xpomarTorpadusa

Merox rasoBoii xpomarorpaduu A aHAIHA3A
IIAB ucmonssyior 3HauutensHo pexe, uem BIHX.
ITO CBA3aHO € HEOOXOJUMOCTHIO JIEPUBATH3AIUU
IV PelleHus Mpo6aeMbl Pas3faeeHus Uil YIeTyIH-
BaHUA MPOOBI TIepe]] BBOJOM B CUCTEMY BCEX AHHUOH-
HBIX ¥ HEMOHHBIX COEJUHEHUH M UX MeTabO0IUTOB C
KOHKpeTHbIMHU areHTamu. OIHAKO 3TOT MEeTO UMEeeT
M HEKOTOpbIe MPEHUMYIIECTBA: €CTh BO3MOKHOCTD
IOCTHIKEHUS TIOJTHOTO Pa3JeIeHHs TOMOJIOTOB U U30-
mepoB mHorux ITAB ma I'X-komoukax. Ilpenmouru-
TEJIbHBIM [ OJAHO3HAYHOM WAEHTHU(HUKAINN aHAa-
JuTa SBIAETCA COYeTaHWe ra3oBOM xpoMarorpaduu
¢ macc-criekrpomerpuii (I'X/MC). B nannom ciayuae
UIeHTU(UKAINIO IPOBOAAT IIyTeM H3MEPEeHHs Macc
¥ oTOOpaKeHus KOHKPETHBIX CTPYKTYPHBIX dpar-
MEHTOB TIOCJIe UX MOHH3aIuu u paspbiBa. Ha cero-
OHAIIHUNA ~ [€Hb  XPOMAaTO-MAacC-CIIEKTPOMETPHA

SBJIS€TCA WHTEHCHBHO PA3BHBAMOIINUMCSI METOI0M
aHaIW3a PAaBINYHBIX OPTAHUYECKUX COETUHEHUH.
HsBectabl paboThl 3apyOesKHBIX HCCIeAOBATENEH,
TIOCBAIIEHHBIE OIPeIeeHni0 aHNOHHBIX U HEHOHO-
TeHHBIX ITOBEPXHOCTHO AKTUBHBIX BEIEeCTB C WC-
nonbszosanueM I'X B coueranuu ¢ MC [24, 25]. Omnu-
canbl pesyabrarhl onpenenenns KITAB B xocmerun-
YeCKOM IPOIMyKIMHU Iy Bosioc ¢ momornbio I'X/MC,
ToKcruHbIX KomroneHToB B HITAB u xKocmeruke c
KCIIOTb30BAHUEM TBEPAO(AZHON MHUKPOSKCTPAKIUN
13 paBHOBECHOM MapoBoi (assl B coderanuu ¢ ['X u
I'X/MC [26, 27].

Baxuriv asinsgerca ananus [TAB eme Ha craguu
MPOU3BOJICTBA, B OCOOEHHOCTH €CIIH B COCTABE MOTYT
COZIEPIKATHCA PA3IMYHbIE KOMIIOHEHTHI, HETATUBHO
BO3JIEHCTBYIOIIME U HA TTOTPEOUTENs, ¥ Ha 00BEKTHI
OKpYy:Karolei cpenbl. ABTOpHI craTbu [28] ompexe-
JISATA MOHOXJIOpYKcycHyo kuciaory (MXYR) B amu-
mompomnmiberanaax merogom ['X/MC. Cunres 6e-
TAWHOB IPOHCXOJUT B pe3ybTaTe KBaTEPHU3AIINH
aroMa as30Ta TPEeTHYHON AMWHOTPYIIBI TUMETHII-
AMUWHOIIPONIMIAMHU/IOB KMPHBIX KHUCJIOT TOJ JIeH-
creueM MXYK winu ee coneii. MXYK — omnacubrit
ATKUINPYIOIIUNA areHT, 00JIaJaroIuil OCTPOH Iepo-
panbHOI ToKcmuHOCTHIO. Conepskanune MXYK B Ge-
TanHax He MO/LKHO npeBbimarb 20 Mir/r. ms moc-
THKEHUSI HUBKUX MIPeesoB o0Hapy:KeHus (opaaKa
0,5 MKEr/T) HE0OXOAUMO TPOBOJUTH MPEIBAPHUTEH-
HOe KOHIleHTpupoBauue. Paspaboranuas MeTomguKa
BKJIIOUAET TMOJy4YeHne MeTHIOBhIX s(pupoB MXYK
IoJ; JeHCTBHEM MeETaHOJIa B IIPUCYTCTBUU CEPHOU
KHCJIOTHI C TIOCJIEeAYIOIIed KUIKOCTHO-KUIKOCTHON
9KCTpaKIue U xpomarorpadupoBanue. B kauecrse
BHYTPEHHEr0 CTaHAAPTa MPUMEHSIN YeTHIPEXXJIO-
PHCTBIN yriieposl. ABTOPBI MCIIONB30BAIHA KOJIOHKY
HP-5 ¢ menmomswxHOB (asoit 5 %-penun-95 %-me-
THJITIOIMCHIIOKCAH. JlaHHAasa KOJOHKA MTOAXOIUT IS
ompejiesieHus  (PEHONOB, AapPOMATUYECKUX  yTJe-
BOJIOPO/IOB, ITOIMAPOMATHIECKUX COETUHEHUH U T.1.
IIpenno:xenunie ycmoBusa xpoMaTorpadupoOBaHUS
U TPOOOIIOATOTOBKX O00ECIIeYMBAIOT OOHApY:KEeHUe
MXYK npu cogepsxannu nmxe 20 MKT/T.

Aproper crareu [29] paspaboranu pPyTHHHBIH
meron I'X/MC amanusa cmecu N,N-IuMeTHIaMHIHO-
MPOMIIAMHUIOB KUPHBIX KHCIOT KOKOCOBOTO U IIOJ-
conuegnoro macei. Craguio JepUBATHU3AIMNU IIPO-
BOAWJIM B CMECH alleTOHHTpHI-usonpormanona (1:1).
B pabGore mpexmcraBiieHbI OCHOBHBIE MAacCC-CIIEK-
TPOMETPUYECKUE XAPAKTEPUCTHUKU HCCIEIyEeMBbIX
00pasIoB.

Anruncynbdarsl v ankuirsgupocyabgaThl uc-
CIeAyI0T METOIOM Ta30BOH XpoMmarorpaduu Imocie
TUPOJIU3A COJISTHON KHCIOTOM JIJIsi BBIZIENIEHUS WC-
XONHBIX CIHPTOB HIH 3(pupoB couptoB. H3pie-
KaeMble IIPU 3TOM 00pasIfbl, CoJepKaliue A0 7 MOJIb
OKCH/Ia STHJIEHA, aHAIM3UPYIOT 0e3 rmepeBosia B Ka-
KHe-1ub0 TPOM3BOAHBIE, a I 00pasuoB c Ooiee
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BBICOKHAM COJIEP/KaHUEM STOKCHIATOB HEO00XOIHNMO
paciienyienrie 3(PUPHBIX CBA3EH B DTUIEHOKCHIHOMU
UIU TIPONUIEHOKCUAHOM IenHu WMOI0BOAOPOSHOMU
wir OGPOMOBOIOPOAHOM KHUCAOTOM. I HEKOTOPBIX
rpynn ITAB B nensax moiryyeHus TPUMETHICHIAIb-
HBIX IIPOU3BOJHBIX B KAYECTBE JEPHUBATH3UPYIOIIETO
areHTa Mo:KeT ucmoiab3oBarbesi N,O-6uc(Tpumeru-
CHITHIT) TpUTOPAIIE TAMUY.

ToukocaoiiHaa xpomarorpadusa

Meron TtomrkocioiHo# xpomarorpaduu (TCX)
WCIIONB3YIOT [JIA WCCIAEJOBAHUA OPTaHUIECKUX
cMecell € cepemUWHBI MPOULIOro crojierus. Mertox
IOCTATOYHO IIPOCT, IIPHU 3TOM O4YEHBb d(PPEKTHBEH U
TIOJIyYHJI IIUPOKOE PACIHPOCTPAHEHWE B PABIHIHBIX
obacTAX HAyKH, TAaKHUX Kak (papMaroaorus, Ouo-
JIOTHA ¥ MenuiuHa. MeTo TOHKOCIOMHON XpoMaTo-
rpauu “MeeT CIEAYIOIINE MMPEUMYIIEeCTBA: BBICO-
Kas 4yBCTBUTEIbHOCTb, YHUBEPCAIBHOCTD, IIPOCTOTA
¥ MHUHUMYM XUMHYECKUX OIEepaIuii, AelIeBU3HA U
JIOCTYIIHOCTh O0OPYZOBAHUA W MAaTEpPHAIOB, OIle-
PaATHBHOCTH, HATJIAMAHOCTH IIOJyYaeMbIX Pe3yiabTa-
TOB W IIPOCTOTA WX MHTEpIIpeTanuu. T'eM He MeHee
meron TCX Gosee mpuMeHHM [ OOHAPYKEHHSI U
pasmenenus [IAB mo knaccam (rpynmoBas umeH-
TUPUKALUA).

B macrosmee Bpemsa TCX saBasercs ogHUM W3
OCHOBHBIX METO0B HAEHTU(HUKAIINH KATHOHHBIX U
amdorepunsix IIAB. B pa6ore [30] mpexmcrasieno
pasmenenne AIIAB, KIIAB, HIIAB, AM®IIAB na
IUTACTHHKAX KpeMHe3eMa C JIeTeKTUPOBAHWEM IIpU
254 m 366 HM C MCIOIB30BaHHWEM BOJLI U I, mocie
nposeiaenus 95 %-uvim CoH;OH.

Asropamu crarbu [16] ycraHOBIEHO, YTO MAJIS
rpynmoBoi uaeHTH(UKaruu mo kmaccam [IAB mpu
ucrionb3opanuu TCX-mmactua «Copoduin» B Kaue-
CTBe TOABWKHOM (hasbl JAydIlle UCIOIb30BATh CMECH
XJI0pOgIOPM/U30IIPOIIAHOJI/METAHOJI/aMMHUAK B COOT-
Homrennu 10:10:5:2. IIposBieHme maacTHHBI pac-
TBOPOM HHHAKPHUIITONA KEITOTO U TOCIEeAyIolee
Y® obimyueHne MO3BOJIAIOT ONPENETUTh HAIMYUE
ATIAB, a mociemyroiee MposBIeHHE IIACTHHEI pe-
axruBoMm Jlparenmopda — BeiaBuTh Hamuuue [1AB
IPYTHUX KJIACCOB.

s onpenmenenus aMMOHMEBBIX OCHOBAHUU Me-
togom TCX perkomeHIyeTcs MCIOJIB30BaTh CHIHKA-
rejieBble IIACTUHBL J[J1S TpPOABIEHUA HTPUMEHSIIOT
pasnudHble COeIUHEHNd: ITaphl Hoa, KUCIbIN Ioy-
60it 158, HUHTHAPHH, CEPHYIO KHUCIOTY, MOTU(DUIIH-
poBaHHBIHN peakTus J|paresnopda.

B pabore [32] mcmonb3oBaHBI CHINKAreIeBbIe
IJIACTUHBI C TEeTParuapodypaHoM B BOJHOM IIOJ-
Bu:KHOM (pase miua pasmenenus KIIAB u HIIAB.
ABTOpaMu yCTAHOBIIEHO, YTO MOABMIKHAA (pasa TeT-
paruapodypaH/Bofia B COOTHOIIEHUU 6:4 ABjseTCA
ONTHUMAJIBHON [JI pasielieHus XJIOPHIA IEeTHUJIIIH-

PUOUHUSA W TIOJTHOKCHITHIEHA. ABTOPBHI H3YUHIN
TaKKe BIHIHNE IIPUPOILI ajcopbeHTa (CHINKareib,
OKCHJ[ QJIIOMHUHHUS YU KH3EJIbIyp) HA MOABHUIKHOCTD
IIAB. Pesynbrar wmcciaeqoBaHWil IOKA3bIBAET, UTO
CUJIMEKATebh 00eCeurnBaeT HAWIyYIlee pasfielieHue
KIIAB u HITIAB. [lnokcun KpeMHHUS IIPOSBIIAET Clia-
OOKHCIIOTHBIE CBOMCTBA, B CBA3H C YeM IIPOUCXOIUT
oomen KITAB Ha ero moBepxHOCTH, a He3apsKeH-
ubie HITAB murpupyior.

Pa6ora [33] mampasiena Ha COBMECTHOE IIPH-
MeHEeHHe IIOTEHIIMOMETPUYIECKOTO TUTPOBAHUI U
TOHKOCJIOMHOM XxpoMaTrorpaduu Aad HIeHTUDH-
kamuu u onpenenenns KIIAB u HITAB. Asropsr uc-
CIefloBaIN CJIEAYIOIINEe PACTBOPUTENH: IIPOIIAHOII,
IUXJIIOpMeTaH, OJTUJaleraTr, XJaopodopMm, arero-
HUATPWI, 6EH30I, TeTPAaxXI0pMeTaH, OyTaHos, TeKCaH
¥ M30aMUJIOBBIM CIIUPT. ¥ CTAHOBIIEHO, YTO JIYUIIAM
pacTBopuTeIeM MIPH HCIOJIbL30BaHUU ancopbeHTa
cunurarens 60 F254S gaBisgerca wu30aMHUIOBBIH
crupt. McnonpsoBanu Y P-gerexrop (A = 254 um).
[TorenuromeTpuueckoe TUTPOBaHUE C MPUMEHEHH-
€M Pa3INYHBIX HOHOCEJIEeKTHBHBIX 3JIEKTPOIOB IIPO-
BOIUJIH /11 KOJIMYECTBEHHOTO aHAIN3a.

Takum o6pasom, IIAB mpencrasasior coboit
MHOTOKOMIIOHEHTHBIE CMECH CJIOKHOTO COCTaBa.
ITokomnonenTusrii ananus [IAB, npogykToB Ha ux
OCHOBE, ChIPhs, UCIOJIH3yEMOTO IIPH POU3BOICTBE,
SIBJISI€TCS CJIOKHOM aHAIINTHYIECKOH 3amadeii. Beibop
MeTO/a aHAJIM3a 3aBUCUT KaK OT MPUPOIBLI AHAIIUTA,
Tak U OT O0BEKTa aHamm3a. XpoMaTorpaduuecKue
MeTObl HAWIYYIIUM 00pa3oM IOAXOMAT IS UAeH-
tucpuranuu u onpegenenns [IAB. Paccmorpenusbie
paboThl HampaBJIeHbl HA PaspaboOTKy HOBBIX U MO-
IUPUKAIIAIO0 CYII[ECTBYIOIINX METOIUK; IIOUCK OIITH-
MaJbHBIX YCIOBHUHM XpoMaTorpad)UpOBaHUsA, IEPH-
BaTHU3UPYIOIUX AreHTOB, PAa3IelNTeNbHbIX KOJO-
HOK H T.[.
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AHAJIN3 KOPPO3MOHHO-CTOMKUX TUTAHOBBIX CIIJIABOB,
JIETHPOBAHHBIX PYTEHHUEM, METOJIOM ATOMHO-SMUCCHOHHOM
CIIEKTPOMETPHUHU C HHIAYKTHBHO-CBI3AHHOMU IIJIABMOM’
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Tarbana Hukomraesna EpmonaeBa?
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IIpencrasinena MeTOIUKA aHATH3A HOBBIX KOPPO3UOHHO-CTOMKNX TUTAHOBBIX CILIABOB, JIETH-
POBAHHBIX PyTEHHEM, METOIOM ATOMHO-3MUCCHOHHOM CITEKTPOMETPHH C UHIYKTUBHO-CBI3aH-
Hoit wasmon (AIC HCII), Brimrouaronias MEKPOBOJIHOBYIO IOATOTOBKY po0bl. O60CHOBAHBI
COCTaB KUCJIOTHOM CMECH U TeMIIepaTyPHO-BPEMEHHbIe IapaMeTphbl MPOOOIOTOTOBKY THTA-
HOBBIX CILIABOB B YCIOBHAX MUKPOBOJIHOBOTO HATPEBA B ABTOKJIABE, 00ECIIEUNBAIOIIME KOJIH-
YecTBEHHOE IepeBefieHre HpoObl B yA0OHY aHAIHUTHYECKY0 ¢opMy 6e3 [MoTepb JIETY4HX
roMmmoHeHTOB s nocnenyiomero AJC-UCII amanmza. Haiimensr onrumanbHbie yCIoBHA
BO30Y:KIEHUS AHAJIUTUYECKOTO CUTHAJIA, BHIOPAHbI AHATUTHYIECKUE JUHUM JJIEMEHTOB, CBO-
GOHBIE OT CIEKTPATBHBIX TIoMeX. VicenenoBanu 06pasibl ONBITHBIX IUTABOK IPOMBIITLIEHHBIX
TUTAHOBBIX CILUIABOB PA3JIMYHBIX KJIACCOB, 00BEMHO JIETHPOBAHHbIE PyTEHHUEM, KOTOPhIE HAXO0-
IATCA B CcTauy paspaboTkd U B PO mpoMbBIIIUIEHHO ITOKA He BBIMTYCKAIOTC (MAPKH CILIABOB
IIT-7M+Ru, IIT-3B+Ru, 5B+Ru, 37+Ru, BT-22+Ru). O6pasiip! CIIIaBOB COMEP:KAIN CIIe-
Iytolue Jerupyrorrue sneMeHTsl (% mace.): Al (1,8-6,3); V (1,0 -5,5); Mo (0,7 -5,5); Zr
(0,2 -3,0); Cr (0,5-1,5); Fe (0,5-1,5); Ru (0,05 - 0,15). [IpaBunbHOCTD OIIPeIeIeHuUs JIETH-
PYIOILINX 9JIEMEHTOB ITOATBEPKIAIH IIyTeM aHAIN3A CTAHAAPTHHIX 06PA3I0B METOOM BAPHH-
POBaHUS HABECKH, 4 B CIydae PYyTEHHs — METOIIOM «BBEIEHO — HaljieHo». Paspaboranuas
METOIUKA TI03BOJISIET CYIIECTBEHHO COKPATUTH MPOJOKATEILHOCTD aHAIK3A 38 CUET CoYeTa-
Hua MHOTo31eMeHTHOro Meroxa AJC-HCII ¢ MuKpOBOIHOBOM TPOOOIIOATOTOBKOM, PACIIIH-
PHUTH MIEPEYEHDb OMPEeAesieMbIX DIIEMEHTOB B THTAHOBBIX CILIABAX U MOBBICHUTH IIPEIM3HOH-
HOCTH Pe3yJIbTaToOB AHAIU3A.

KaroueBble cjioBa: TUTAHOBBIE CIUIABBI, PYTEHWH; MHKPOBOIHOBAS IIPOOOIIOATOTOBKA;
ASC-UCIIL

ANALYSIS OF CORROSION-RESISTANT TITANIUM ALLOYS DOPED

WITH RUTHENIUM BY ICP-AES
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We present a technique of multi-element analysis of new corrosion-resistant titanium alloys doped
with ruthenium using Optima 7300 DV ICP-AES spectrometer (Perkin Elmer Corporation, USA) and
microwave system Speedwave FOUR (Berghof Products, Germany). Compositions of the acid mixture
as well as the temperature and time parameters of the sample preparation of titanium alloys under mi-
crowave heating in an autoclave which ensure a complete quantitative transfer of the sample into a
convenient analytical form for subsequent ICP-AES analysis without loss of volatile components are
substantiated. Optimal conditions of excitation of the analytical signal of analytes for ICP-spectrome-
ter are specified and analytical lines of the elements free of spectral interference are chosen for deter-

* Pa6ora BeinmonHeHa npu (pUHAHCOBOHM momnep:xke MunoGpHayku B pamrax cormamenus Ne 14.595.21.0004, yHUKATBHBIA
unentudurarop RFMEFI59517X0004.
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mination of all critical components in corrosion-resistant titanium alloys. The studies were carried out
using samples of experimental melting of industrial titanium alloys of different classes, which, due to
volumetric doping with ruthenium, are under development and are not yet commercially available in
Russia (grades of alloys PT-TM+Ru, PT-3B+Ru, 5B+Ru, 374+Ru, BT-22+Ru). The samples contained
the following alloying elements (% wt.): Al (1.8-6.3); V (1.0-5.5); Mo (0.7-5.5); Zr (0.2 -3.0);
Cr (0.5 -1.5); Fe (0.5 - 1.5); Ru (0.05 - 0.15). The correctness of the alloying element determination is
confirmed by analysis of standard samples using the method of sample variation and spike test for ru-
thenium determination. The developed technique significantly shortens the duration of the analysis
due to combination of the multi-element method of ICP-AES with microwave sample preparation, ex-
pands the list of detectable elements in titanium alloys, and increases the accuracy of Al, Si, V, Cr, Fe,
Ni, Cu, Zr, Nb, Mo and Ru determination in titanium alloys in critical(rated) ranges of concentrations.

Keywords: titanium alloys; ruthenium; microwave sample preparation; ICP-AES.

TuraHoBbIE CILIABBI, XapPAKTEPHU3YIOIIHUECT BhICOKOMH
IIPOYHOCTHIO U KOPPO3UOHHOU CTOMKOCTHIO, HAXOAAT
[IpUMeHEeHHe B aBUAIIUN, PAKETHOM TeXHUKE, XUMH-
YEeCKOM MAIIMHOCTPOEHUH, HE(PTEXUMUH, CYAOCTPO-
€HHU, DHEPrOMAIINHOCTPOEHUH U BO MHOTHUX JPYTHX
orpaciax [1]. HecmoTpa Ha 3HAYUTENBHYIO YCTOM-
YHBOCTH THTAHOBBIX CILJIABOB B IPHUPOAHBIX U 6OJIb-
IIWHCTBE IIPOMBIIIEHHBIX Cpell, HOBble 00JIacTh
MIPUMEHEeHUsI, B YaCTHOCTH, U3TOTOBJIEHIE 000pyI0-
BaHWA 1)1 J0ObIMH HE(PTH U ra3a Ha MOPCKOM IIIeIb-
e, Temro06MeHHOr0 O0OPYIOBAHHA JHEPreTHIe-
CKHX yCTAHOBOK, B TOM YHCJIE aTOMHBIX, [JIA XUMH-
YeCKOTr0 MAIIIMHOCTPOEHHUS IIPEeIbIBIIAIOT elrle 6oiee
BBICOKHE TPeOOBaHUI K KOPPO3HOHHOM CTOHKOCTH.

Hawu6onee sdpderruBHBIM C0CO60M IIOBBIIIIE-
HHSI YCTOMYHMBOCTHA K KOPPO3UM THUTAHA M €r0 CILIA-
BOB SIBJISIETCH TIEPEBO METAJJIa B YCTOMYHUBOE IIac-
CHUBHOE COCTOAHUE 34 CUET CIEIUAIBHOTO JIETUPOBa-
Hus. Bo3aMOKHBI JBa THIA JETHPOBAHUA, KOTOPHIE
YIY4IIaoT MacCUBAI[MOHHbBIE CIIOCOOHOCTH CILIABOB
THTAHA: METAJIAMH, BIUAIOIAMY IIPEUMYII[€CTBEH-
HO HA aHomHyio ycroumBocthb (Ni, Mo, Nb, Cu, Ta
¥ Ip.), ¥ MeTajjiaMu, 00JIerdaloliuMyi IPOTeKaHue
KATOAHBIX IIPOILIECCOB — MajbIMH gobaBkamu (10
0,05 — 0,15 % macc.) ¢ BBICOKMM TIepeHAIPIIKeHNEeM
BBIZIeJIeHUs Bogopoa (mauraguii, pyTeHuH, ILIaTh-
Ha u ap.) [2]. K coxanenuro, mpu mpousBOACTBE TH-
TaHOBBIX cIIaBoB B PP Gosbiee pacrpocrpanenue
TIOJIyYIHJI TOJIBKO IIEPBIM THII JIeTHPOoBaHusd. B To ke
BpeMs IPAKTHKyeMoe 3a py0OeskoM JIeTHPOBAHKE TH-
TAHOBBIX CILUIABOB PYTEHWEM CIIOCOOCTBYET 3HAYH-
TEJIbHOMY ITOBBIIIEHHUI0 KOPPO3MOHHON CTOMKOCTH,
9T0 0becreYnBaeT IPUMEHEHHe TAKUX MaTepPHAaJIOB
B arpPecCHUBHBIX CPeIax C BHICOKHM COJIEBBIM (POHOM
npu temmeparype ceeiire 200 °C. OreuyecTBeHHas
MPOMBIIIIJIEHHOCTh HE MPOH3BOAUT TAKHE CILIABHI,
OJTHAKO HCCJIEOBAHUA II0 CO3JaHHUI0 JIETHPOBAHHBIX
PyTE€HHEM TUTAHOBBIX CILUIABOB MPOBOAATCH, O YeM
CBUIETENLCTBYIOT maTeHThl PO [3].

B macrosdimee Bpema Ajid aHATUTHIECKOTO KOH-
TPOJIT TIPOMBIIIIIEHHO BbIIMYCKAEMbBIX THTAHOBBIX
CIIJIABOB PEKOMEHIOBAHBI TPYAOEMKHE U IUTENh-
HbIE OJJHOJIEMEHTHBIE METOALI TUTPUMETPHH, CIIEK-
TpochoTOMEPHH, MTOTEHIITHOMETPHN KU ATOMHO-a0-

copOumonnoi coekrpomerpuu (I'OCT 19863.1 -
I'OCT 19863.15-91), a Taxsxe dororpaduueckuii u
(hOTOSTEKTPUYECKHH SMHUCCHOHHBIE CIIEKTPAIbHbBIE
meronsl anamusa ('OCT 23902) kak TBepabIx 006-
pasIoB, TAK W PaCTBOPOB IMPO6 IIOC/e KUCIOTHOTO
pacrBopenusa. Oguaro yrasauasiii 'OCT opuentu-
pOBaH Ha HCIIOIb30BaHKE yCTapeBIIero 000pymaoBa-
uusa (kBantomerpo [PC-36, [PC-51, MPC-8 u
T.7l.) ¥ OIIHCHIBAET OIIpe/iesIeHre OrPaHNIEHHOTO I1e-
PeYHsd 3JIeMEeHTOB B KOHIIEHTPAIIMOHHOM [HAaIla30He,
KOTOPBIHN B IIOJTHOM Mepe He 0XBaThIBAaeT HOBBIE Ma-
tepuasbl. Kpome Toro, mpsmMoii anaiaus Tpebyer Ha-
nuumna Habopa crarmapTHbIx 00pasios (CO) cocraBa
IUUTST KAMKIOTO THUIIA aHAIM3UPYEMOro MaTepHaa.

MeskayHapoaubie CTaHAAPTHI AJS AHAIW3A TH-
TAHOBBIX CILJIABOB PEKOMEHYIOT 00jiee COBpEMEH-
Hble WHCTPYMEHTAJIbHbIE METOIbI ATOMHO-3MUCCH-
OHHOTO [4] nnu PeHTTeHO(IYOPECIIEHTHOTO aHAIH-
3a [5], B ToM umciie, METOJ aATOMHO-dMHCCHOHHOI
CIIEKTPOMETPUH C MHAYKTUBHO-CBI3aHHOU IIJIa3MOM
(A9C-HCII), Brmouaoui IPagyUPOBKY CIIEKTPO-
MeTpa II0 BOJHBIM CTAHAAPTHHIM PACTBOPaM, COOT-
BETCTBYIOII[UM COCTABy aHAIHU3UPYEMbIX IPOO.
Takoii moaxox OBLT YCIENIHO MPOAEMOHCTPUPOBAH
P aHAIW3€e JKAPONPOYHBIX HUKEJIEBBIX CIIJIABOB
aBUAIMOHHOTO HA3HAYEHUd, JEeTUPOBAHHBIX pyTe-
HHeM [6, 7], a Takke NpU OIpENENIEeHUN pAAa dIe-
MEHTOB B TUTAHOBBIX crjiaBax [8]. B omucanubIx Me-
TOAUKAX TUTAHOBBIE CILIABHI PEKOMEHyeTCS Iepe-
BOJIUTH B PACTBOP NPH HATPEBAHWH B OTKPBITHIX
cucremax ¢ mnpumenenrem cmecu kwciaor (HCI,
H,SO,, HF, HNO;, HC10, [9]; HF + HNO; unu
HCI + HF + HNO; B pas3iu4HbIX 00bEMHBIX OTHO-
meHusx [4]), 4To 3aHMMAaeT MPOIOJLKUTEIILHOE Bpe-
MA M MOXKeT ObITb NMPUYUHOW TOTEPHU PYTEHHST B
BU/IE JIETYIUX COTUHEHUH.

Hawubosmee mepcmekTuBHBIM CII0COO0M TIPOOO-
MTOJITOTOBKY ABJAETCA JECTPYKIHI Ipod B aBTOKJIA-
Bax C HCIIOJIb30BAHHEM CMECH KHUCJIOT B YCIOBHAX
MUKPOBOJIHOBOTO Harpesa [10].

Hens macrosmei paboTsl — paszpaboTka MeTo-
mukn AJC-MCII-ananusza HOBBIX KOPPO3HOHHOCTOL-
KHX TUTAHOBBIX CILJIABOB, BKJIIOYAIOIIAT MHUKPOBOJI-
HOBYIO IIPOOOIIOJTOTOBKY.
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B rauecrBe 00BEKTOB HCCIENOBAHHS BHIOPAHBI
00pasIibl ONBITHBIX IJIABOK IITUPOKO M3BECTHBIX IPO-
MBIILIEHHBIX TUTAHOBBIX CILJIABOB PA3JIMYHBIX KJIAC-
coB (a, P, mceBmo-a u 1ceBa0-P), 00BEMHO JIETHPO-
BaHHbIe pyTeHumeM [3, 11], KOTOphIe HAXOAITCI B
craguu paspaboTKH U IPOMBIILIEHHO B PP moka me
Beimyckaorcas  (mMapkm  cmmaBoB  IIT-7TM+Ru,
IIT-3B+Ru, 5B+Ru, 37+Ru, BT-22+Ru). [lanubie
CILJIABBI COMEP:KaT CAEAYMOIIHe JIETUPYIOIHe dJie-
meHTbl (% mace.): Al (1,8 -6,3); V (1,0 -5,5); Mo
(0,7- 5,5); Zr (0,2-3,0); Cr (0,5-1,5); Fe (0,5 -
1,5); Ru (0,05 - 0,15).

B pabore ucrionb3oBanu ciienymolyue peareHTo:
XJIOPOBOJIOPO/IHYI0, (PTOPOBOJOPOIHYIO, A30THYIO
KucIoThl (0c4) 0e3 MOIIONHUTENbHOM OYMCTKH, IIe-
POKcHI HATPHUA (X4), PyTEHHH MeTaJINIeCKUi Map-
ku Py A-1 (I'OCT 12343), pacTBOp MOHOB KPEMHU
(I'CO 9729-2010), TuTaH, aXIOMHHHI, BaHAIWMH,
XpOM, KeJIe30, HHUKEeIb, MeIb, IIUPKOHUH, HHOOUI,
Monubmen Meramindeckne (>99,95 % macc.).

YuuThiBasg XWMHYECKHI COCTAB WCCIIELyEeMbIX
MaTepHaJIOB, [IJi PACTBOPEHHMSI OCHOBBI IIPOOKI U JIe-
rupyiomux merawioB (Al, Ti, V, Cr, Fe, Mo u Zr)
B KA4YeCTBE OCHOBHOTO KOMITOHEHTA PEAKIMOHHOMH
cmecu [9] ucnonszoBanu koHuneHTpuposanuyo HCL
Hob6asmenne xounentpupoBanuoii HNO; mo okon-
YAHWM HAarpeBa CIOCOOCTBYeT OKHMCIEHHIO KOMIIO-
HEHTOB W II03BOJISET BU3YAJIBHO KOHTPOJIHUPOBATH
MTOJTHOTY PACTBOPEHUS MPOOBI, TAK KAK TUTAH pac-
tBOpsierca B ropsaueit HCI ¢ o6pasoBanuem coenrue-
uuii Ti (III), koTopbie uMeroT PHOIETOBYIO OKPACKY,
a ipu BBegennu HNOj; wiut 1pyroro oxkucauTesNs me-
pexomar B coegunenus Ti (IV), umerorue xeaTyro
okpacky. [Ipu manmumumu B mpobax HUOOHS B peaKIIH-
oHuy10 cmech pobasisairua HE. Ocoboe BHrManue yie-
JIANMM COCTABYy M IIOCJTENOBATENBHOCTH BBEIEHU
KOMIIOHEHTOB KHCJIOTHOM CMECH, a TaKiKe TeMIepa-
TYPHO-BPEMEHHOMY PERUMY IIPOGOIOATOTOBKH, IIO-
CKOJIBKY IIPW MHOTOSJIEMEHTHOM aHAIu3e HeO00XOIu-
MO IIepeBefieHre B ya00Hy0 aHAIUTHIECKYI0 (DOPMY
BCEX OIIpeeIieMbIXx KOMIIOHEHTOB IIPOOHI.

IIpo6oIoAroTOBKY OCYIIIECTRIISIIINA C IPUMEHEHH-
eM MHUKPOBOJHOBOM cucrembl Speedwave FOUR
(Berghof Products, 'epmanus) ¢ apTokaaBaMu THIIA

Ta6auma 1. YcinoBus MUKPOBOIHOBOH IOATOTOBKH IPOGKI

Jrar pacTBOPEeHUI

ITapamer

P P 1 2 3
Temneparypa, °C 140 170 220
[aBnenue, atm 50 50 50
Morttaocts, % 80 80 920
Bpewms marpesa mo sagan-
HOU TeMIepaTyphl, MHH 3 3 3
Bpewms repmocraTupo-
BaHMA, MUH 3 3 15

DAP-60 uz ¢gropomnacra TFM ¢ BHyTpeHHHUM 00B-
emom 100 Mmn u pabouum maBnenuvem 10 60 aTwm.
Temneparypy pacrBopenus (B auamazone 50—
220 °C) KOHTPOJHPOBAIN C IIOMOIIBI0 OGECKOHTAKT-
voro UK-nartunka.

CooTHollIeHEe KOMIIOHEHTOB PEAKIMOHHON cMe-
cu, obecreunBaoIed MOTHOe PACTBOPEHNE BCEX HC-
cleyeMbIX P00 KOPPO3UOHHO-CTOMKHUX TUTAHOBBIX
CILJIABOB, BHIOMPAIIH DKCIIEPUMEHTAILHO IIPH Helpe-
ppiBHOM Harpese f0 Temmepatyp 140, 170 u 220 °C,
MIOJTHOTY Pa3JI0:KeHUA KOHTPOIUPOBAIN BU3YATHHO.
KoanuecTtBennoe nepeseneHne B pacTBop 06pasiios
CIIJIABOB BCEX TUIIOB HAOIIONATIOCH IIPU YBETUIEHUHN
oowema HCI mo 10 max u HF nmo 0,1 mur mpu Harpese
mo 220 °C.

Hagecky mpo6sr (0,1000 r) momemanu BO ¢ro-
POILIACTOBBIM aBTOKJIAB, Kobasasanu 10 M KOHIIEH-
tpupoBauHoi HCI (p = 1,19 r/miu), opu HaIuduu B
npo6be Nb nobasmsaau 0,1 mix HF (p = 1,15 r/mn), 3a-
TeM TepMETH3UPOBAIU aBTOKJIAB IPENOXPaHUTE]b-
HOM KPBIITKOM, TOMEIIaJI B MUKPOBOJTHOBYIO CUCTe-
My u mojaBepranu HarpeBy. llocne oxmammenus mo
KOMHATHOH TeMmIiepaTyphl 100aBadiaun 1 M pacTBo-
pa HNO; (p = 1,41 r/mi) ¥ TIaTeasHO TepeMeru-
anu. [lonyueHHbBIH pacTBOP MEPEHOCHIH B MEPHYIO
K00y BMecTuMoOcThI0 100 MT ¥ HOBOOWIH OO0BEM
pactBopa /0 METKM IHUCTHJLIMPOBAHHOM BOJOH.
Ilomy4yeHHBIH pacTBOp YCTOMYWB B TeUeHUE HE Me-
Hee 3 MecCAIeB.

Hcnonbsosaune HCl npu pasnoxennu mpob 6e3
PUMEHEeHUs OKHUCIAUTENs M03BOJIMI0 u30exaTh
OypHOrO ra3o00pasoBaHWS B AaBTOKJIABAaX, BCIE-
CTBHE Yero CTaji0 BO3MOKHBIM IIOJIHOE BCKPBITHE 00-
pasIoB BCEX THUIIOB HCCIETOBAHHBIX THTAHOBBIX
CIIaBOB mpu Harpese 1o Temmepatypsl 220 °C co
cxkopoctbio 11 °C/MUH ¥ TEpPMOCTATHPOBAHUU B Te-
yenne 15 muu. I cokpaleHus BpeMeHH po6o-
MIOTOTOBKY TPEIJIOKEHO KCIIONB30BATh TPEXCTY-
TeHYaThIi HArpeB pearknuonHoi cmecu mo 220 °C
C IPOMEKYTOYHBIMU CTATUAMH CTAOUIU3AIINH TEM-
mepatypsl B Tedenue 3 MmuH (taba. 1). Obiee Bpems
pasnosxenus mpob cocrasiasaer 30 MUH.

Ilepeuensb ompenensembix amemenToB (Al, Si, V,
Cr, Fe, Ni, Cu, Zr, Nb, Mo u Ru) obyciosiex Tpe6o-
BaHHUSAMH HOPMATUBHOH JOKYMEHTAIlUW HA TUTAHO-
BbIe criaBsl [12]. J[1d aHanmn3a THTAHOBBIX CILIABOB
ucnoab3oBamu M CII-cmekrpomerp «Optima 7300
DV>» (PerkinElmer, CIIIA) ¢ akcuanbHbIM HaOIIOIE-
HueM mnasmbl. Kputepusamm BbIGOpa aHamuTHIe-
CKUX JIMHUH CIY:KUTH WHTEHCUBHOCTH AHAIUTUYE-
CKOTO CHTHAJIa M OTCYTCTBUE CHEKTPATBHBIX ITOMEX,
KOTOpPBIE BBIABISAIN B PE3yabTare aHAIN3a MOAENh-
HBIX BOZHBIX PACTBOPOB, COIEPIKAIINUX aHATUT B MH-
HUMAaJIBHOH KOHIIEHTPAIlUU, & MATPUYIHbIE U JIETH-
pyIoIie KOMIIOHEHThI — B MaKCUMaJIbHOH. AHau-
THYECKHe JIMHUY BBIOMPATM HA OCHOBE JIUTEPATYP-
HBIX HAaHHBIX [4, 13 u 14] u 6a3bl AAaHHBIX IIPO-
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Ta6mauua 2. Ycnosus onpenenenuns Al, Si, V, Cr, Fe, Ni, Cu, Zr, Nb, Mo u Ru meTomom A9C-HUCII

OmnpenenseMblii  AHaIUTHYECKAT BosmosxHbIe criek- YrioBoi koadunreHT ypas- Koaddunuenr [Juanasox rpagyupos-
HIIEMEHT JIMHUS, HM TpaJIbHBIE IOMEXH, HM uenws perpeccun I = bC + a KOPPeJsud, I Ku, % Macc.
®axrop paséasaerus 1:10 000
Al 394,401 — 2599 0,999 1,0-10,0
\% 359,202 — 3298 0,999 0,5-6,0
Mo 202,030 — 6289 0,999 0,3-6,0
Zr 343,823 — 40050 0,999 0,1-5,0
®PaxTop paséasaenus 1:1000
Cr 284,325 Zr 284,351 37820 0,999 0,05 -2,0
Si 288,158 — 20400 0,993 0,01-0,5
Fe 259,939 — 66570 0,999 0,01-2,0
Cu 327,393 — 108 000 0,999 0,01-1,0
Ni 231,604 — 24 390 0,999 0,01-1,0
Nb 269,706 — 11970 0,999 0,1-5,0

Ru 240,272 Fe 240,260 2223 0,999 0,01 -0,50

Ta6muna 3. Pesynsrars: ananusza CO cmaBoB Ha ocHoBe TuTana (n = 5; P = 0,95, ¢, = 2,78)
Ompepemsembtit e o Conepmanwe, X + A, % Macc. N -
9JIeMEHT ArrecToBaHHOE Haiinennoe

Al IIT-T™ 783 1,81 + 0,03 1,78 = 0,06 0,01 1,18
IIT-3B 36 4,32 + 0,08 4,45 = 0,06 0,01 2,75
5B 55 5,12 = 0,07 5,12 = 0,12 0,01 0,07
Cm. 37 957 4,90 = 0,06 4,99 = 0,05 0,01 2,47
BT-22 BT-22 4,79 = 0,03 4,80 = 0,05 0,01 0,48
\% IIT-T™M 783 0,93 = 0,02 0,95 * 0,02 0,01 1,56
IIT-3B 36 1,68 = 0,02 1,71 = 0,02 0,01 1,89
5B 55 1,42 + 0,02 1,42 = 0,07 0,04 0,07
BT-22 BT-22 4,77 = 0,02 4,79 = 0,18 0,03 0,37
Mo 5B 55 1,01 = 0,03 0,98 = 0,04 0,04 0,48
Cm. 37 957 1,69 += 0,03 1,67 = 0,03 0,02 0,15
BT-22 BT-22 4,76 = 0,02 4,77 = 0,03 0,01 0,73
Zr IIT-7M 783 3,41 = 0,04 3,42 = 0,06 0,01 0,48
Cr IIT-T™ 783 0,062 = 0,003 0,061 = 0,002 0,03 0,62
IIT-3B 36 0,091 = 0,004 0,089 = 0,003 0,02 0,96
BT-22 BT-22 0,98 = 0,01 0,96 + 0,04 0,03 1,12
Si IIT-7M 783 0,095 = 0,006 0,098 = 0,002 0,02 0,84
IIT-3B 36 0,062 = 0,004 0,064 = 0,001 0,01 0,69
5B 55 0,042 = 0,002 0,041 = 0,002 0,04 1,02
Cm. 37 957 0,23 = 0,01 0,22 = 0,01 0,05 1,72
BT-22 BT-22 0,074 = 0,003 0,074 = 0,002 0,02 0,21
Fe IIT-T™ 783 0,169 = 0,006 0,160 = 0,004 0,02 1,64
IIT-3B 36 0,222 = 0,007 0,212 = 0,006 0,02 2,06
5B 55 0,193 = 0,009 0,184 = 0,005 0,02 1,60
Cm. 37 957 0,25 = 0,01 0,25 = 0,01 0,04 0,52
BT-22 BT-22 1,06 += 0,02 1,09 = 0,03 0,02 1,98
Cu IIT-T™M 783 0,076 = 0,003 0,078 = 0,002 0,02 0,87
IIT-3B 36 0,075 = 0,004 0,075 = 0,002 0,03 0,16
Ni IIT-3B 36 0,083 = 0,004 0,077 = 0,003 0,03 2,46
Nb Cm. 37 957 0,81 = 0,03 0,75 = 0,05 0,05 2,52
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rpaMMHOrO obecriedeHus crekrpomerpa (Tabi. 2).
O6paboTKy CIIEKTPOB, TPAAYHUPOBKY H ydeT ()oHA
OCYILIECTBIIAIN C IPUMEHEHHeM IIPOrpPaMMHOIO Iia-
rera WinLab32.

OnrumanbHble YCIOBHSA ATOMHU3AINN, MOHH3A-
WY ¥ U3MEpPEeHUs aHAIUTHYECKUX CUTHAJIOB OIIpe-
JEATN C YIETOM OLIEHKH YCTONYHMBOCTH COCTOSHUA
IJIa3MBI II0 OTHOIIIEHWIO HHTEHCUBHOCTEN NOHHOU U
aromuou jgunaui maraua Mg IT 280,270 am u Mg I
285,213 um [15] mpm BapbUPOBAHWH MOIIHOCTH,
mogsoguMor K 1rasme, oT 800 mo 1500 Bt u moro-
Ka aproma, pacmbuisiomniero mpody, or 0,25 1o
1,0 i/mMuH. YcTOMYMBOE COCTOSAHUE ILIa3Mbl IIPH OT-
HOIIIEHUH JUHUN Marausg >10 (MUHMMAJIbHO BIIHA-
HHUE HECIEeKTPAIbHBIX II0MeX) OBLIO JIOCTHUTHYTO
B CIEAYIOIINX YCIOBHUAX PabOTHI CIIEKTPOMETpPA:
yacToTa ILrasMeHHoro remeparopa — 40,68 MI'm;
MOIIHOCTh Twias3mMbl — 1250 Br; mrasmoo6pasyro-
WA TOTOK aproHa — 15 ji/MuH; BCOMOraTeaIbHbIH
motok aproHa — 0,2 jI/MHH; PaCIbUISIONIAN ITOTOK
aprona — 0,55 j1/MuH; CKOpPOCTH pacxoga pacTBopa
mpobbr — 1,5 mur/mMuH; HAOIIOAEHNEe Ia3Mbl — aK-
CHaJbHOE; paspelneHne CIeKTPOMETPa — BBICOKOE;
BpeMd MHTerpaiuu curiana — aprope:xum (ot 0,01
10 20 ¢); KOJIMYeCTBO IIOBTOPEHMI CUNTHIBAHUI — 3;
MEeTO[I OIIpeJieJIeHUsI HHTEHCUBHOCTU CIIEKTPAIHHON
JUHUK — IUIOIIAJb ITHKA II0 TpeM TodkaM. Pacmbl-
auTenbHaa Kamepa tuma CKOTTa C MOMepedHoIIoTo-
KoBbIM pacubuiuTenem tuna GemTips™ usrorosie-
Ha W3 IIOJIMMEPHOTO MaTepuasna, yCTOMIUBOTO K BO3-
nevicteuio HE

Il mocTpoeHus TPAIyHPOBOYHBIX XapaKTepH-
CTUK U3MePAIN HHTEHCUBHOCTH aHAIUTUIECKUX JIH-
HUU OIIpeJesiseMbIX 3JIEMEHTOB B 4 — 5 cranmapr-
HBIX pacrBopax, comep:xamux Al, Si, V, Cr, Fe, Ni,

Cu, Zr, Nb, Mo u Ru u npuroroBieHHBIX U3 OTHO-
SJIEMEHTHBIX  PACTBOPOB C  KOHIIEHTpAIIHEH
1000 mEr/mur, s pyrenus — 250 MKr/MiI, KOTOpbIe
IIOJIy4Yajy I[yTeM PACTBOPEHUSI HABECOK YHMCTBHIX Me-
TAJJIOB B KHCJIOTaX U (DTOPOCHINKATA HATPUSA B IE€H-
OHU3UPOBAHHON Bome. Kpome Toro, cranmapruble
pacTBopbl B KadecTBe (pOHA COAEP:KANN THUTAH B
kounenTpanuu 800 MKI/MJI M KHCJIOTBI, HCIIOJIb3ye-
Mble [IJI1 PaCTBOPeHus Ipob.

CrangapTHBIH PacTBOP PYTEHUS C KOHIIEHTpa-
muei 250 MKI/MJI TOTOBUJIM CILIaBJIEHHEM TOYHOU
HaBecku 0,0500 r mopoIrka MeTaTHIecKoro pyTe-
uud ¢ 4 — 5 r NayO, B Kopyumosom turie npu 800 °C
B TeueHme 30 muH. IlosydeHHbIH NI1aB BHIIIETAYH-
Banu 50 M HCI (1:1) mpu crabom HarpeBaHu# C I0-
CIEAYIONIAM KHIITYEHHEM PAacTBOpa IJIS yAAJeHUS
n3beiTka Na,O,. PacreBop mepenocunu B MEpHYIO
K010y BMecTuMOCTEI0 200 MJI ¥ JOBOAHIIN €ro 00beM
mo metru HCI (1:1).

JKCIIePUMEHTAIBHO YCTAHOBICHO, YTO IIPU OII-
penenennu Al, V, Zr u Mo 3aBHCHMOCTD aHAIHTHYE-
CKOTO CHUTHAjJa OT KOHIIEHTPAIIMU CTAHOBHUTCS JIH-
HeiHOU Tipu pasbasmenuu 1:10 000 (r > 0,999), a
s Si, Cr, Fe, Ni, Cu, Nb u Ru — nipu pas6asnenun
1:1000 (r > 0,999) (cm. Tab6m. 2). CraTHCTHYECKNMH
MEeTOJAMHM ITOATBEPIKIeHA He3HAYMMOCTb IapaMmer-
pa a¢ B ypaBHEHHSX I'PAAyHMPOBOYHBLIX XapaKTepH-
CTUK JJI OIpeeeHus BceX YKa3aHHbIX 9JIEMEeHTOB.

IIpaBunbHOCTD OmpemereHUs HOPMHUPYEMBIX
ameMeHTOB ycraHaBiauBaiu npu anamusze CO tura-
HOBBIX CIUIABOB (Ta6j. 3), a pPyTeHHA — METOIOM
«BBEJIEHO — HaleHo» (Tabi. 4), a TakKe IyTeM
BapbHUPOBAHUA HABECKU IPU AHAIHN3E CILIABOB, Jie-
THPOBAHHBIX PyTEHHEM. 3a OIOPHOe 3HAYEHHEe Mac-
COBOH [I0/IM PyTEHUs IIPUHUMAIH PaCueTHOe 3Haude-

Ta6muna 4. Pesyaprars! OlleHKH [IPABHIILHOCTH OIIPEAETIeHN PyTeHN B THTAHOBBIX ciaBax (n = 3; P = 0,95, ¢,... = 4,30)
O6nexT ananuza (6{0) Bsegero, X + A, % macc. Haiizero, X + A, % macc. s, tore
IIT-7M 783 0,20 0,19 * 0,02 0,03 2,74
5B 55 0,100 0,099 = 0,008 0,03 0,72
Cm. 37 957 0,150 0,147 = 0,004 0,01 3,00
IIT-3B 36 0,050 0,051 = 0,004 0,03 0,76
BT-22 BT-22 0,100 0,100 = 0,004 0,02 0,38

Ta6auna 5. PesynpraTsr onpeneneHus pyTeHus B CIIaBaX Ha OCHOBe TUTAHA, JETHPOBAHHBIX pyTeHHEeM (OIbITHAS IIJIaBKA)

(n=5;P=0,95, t,6, = 2,78)
O6nexT ananmmsa Muxra, X + A, % macc. Haiizeno, X + A, % macc. s, tore
IIT-3B 0,050 0,057 + 0,002 0,02 1,67
0,100 0,105 = 0,003 0,03 0,92
IIT-™ 0,150 0,151 = 0,005 0,02 0,10
Cm. 37 0,150 0,148 + 0,003 0,01 0,16
5B 0,150 0,146 + 0,004 0,02 0,36
BT-22 0,150 0,164 + 0,003 0,01 1,19
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HHie mpHu BbimiaBke (tadm. 5). ComocraBiieHue pac-
CYNTAHHBIX 3HaYeHnd Kpurepus CThOAEHTA f,..; C
lrasn YKA3BIBAET HA OTCYTCTBHE CHCTEMATHYECKOH
[IOTPEIIHOCTH.

Tarkum ob6pasom, paspaboTaHHAsT METOTHUKA MHO-
roasnemenTHoro AOJC-HMCII amanmsa THTAHOBBIX
CILJIABOB XapaKTEePU3yeTCs BBICOKOHM MPeIM3MOHHO-
CTBIO KaK IIPH OIIpeIeeHNH HOPMHUPYEMbIX JJI€MEH-
TOB B IIPOM3BOJICTBEHHBIX 00pa3Iax, TAK U IIPH OII-
peleleHry PYTEeHHUA B CILIABaX, 00bEMHO JIETHpPO-
BAHHBIX pyTeHHeM (cM. Tabi. 5); 03BOJISIET CYIIEeCT-
BEHHO COKPATUTh MPOIOJIKHUTENIHHOCTh aHAIH3a 3a
CueT coueTaHus MHOTrosjgeMeHTHOro meroma AIC-
HCII ¢ MEKpPOBOIHOBO IIPOGOIOATOTOBKOM, PACIIIH-
PUTH II€peYeHb OIpeNesieMbIX 2JIEMEHTOB II0 CPaB-
HEHUIO0 C U3BECTHBIMH Merommkamu. IlosTomy pas-
paboTaHHAs METOIMKA MOKET ObITh PEKOMEHI0BAHA
s onpenenenusa Al, Si, V, Cr, Fe, Ni, Cu, Zr, Nb,
Mo, a Tax:me Ru B THTaHOBBIX CILIaBAX B HOPMHUpPYE-
MBIX IMaNa30HaxX KOHI[eHTpaIiui.

Hcenedosarus e6binoamenbvl ¢ UCNOAb308AHUEM
o6opydosarus Ilenmpa KoanreKkmugH020 n0AL30BA-
HUA HaywHblm 060pydosarnuem «Cocmas, cmpykmy-
pa u ceolicmea KOHCMPYKYUOHHBIX U QYHKYUO-
HanbHbLX Mamepuanos» HUI] «Kypuamosckuii un-
cmumym» — I[THHH KM «IIpomemeii».
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XPOMATO-MACC-CHEKTPOMETPHUECKOE MCCJIEJIOBAHUE
IIPUMECHOI'O COCTABA BLICOKOUHCTOI'O MOHOCHJIAHA,
IIOJIVYEHHOT'O U3 CUJIUITUIA MATHUS'
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Meromom xpoMaTo-Macc-CIeKTPOMETPHUH UCCIe0BAH IPUMECHBII COCTAB MOHOCUIAHA, TIOJLY-
YEHHOTO IT0 PeAKI[UH B3aMOIEHCTBHS CHINIIAA MATHUS C XJIOPHUIOM aMMOHUS B CPEE KUJI-
Koro ammuaxa. J[71s1 oBbIIIeHN HaIesKHOCTH HASHTU(UKAIINY IPUMECce HAPSAY ¢ YUCTHIMHI
o0pasiamMu MOHOCHIIAHA AHATIM3UPOBAIN TAKKE €T0 (PPAKINY, BbIIEJIEHHbIE B IIPOLIeCce O4r-
CTKH METOJIOM HH3KOTeMIIepaTypHOH pekrwdukanuu. J[is pasmeneHns mpuMecei mMOCTOSH-
HBIX rasos, yrieBonoposoB C; — Cg, neTyunx HeopraHWYeCcKUX THAPHIOB, AUCHJIAHA, AJTKUI-
CHUJIAHOB HCIIOIb30BAIH KAWLIAPHYIO aacopOriuonHyo KoaouKy GS-GasPro 60 m X 0,32 Mmm
C MO,Z[I/I(bI/II_II/IpOBaHHbIM CUJIMKarejeM, a ajsd pasaeleHus HpHMeceﬁ TOMOJIOI'OB MOHOCHJIQHA,
CHJIOKCAHOB, IKWICHIAHOB — KONOHKY 25 M X 0,26 mm, df = 0,25 MEM ¢ copbeHTOoM I10MIH-
tpumermicwunnponuaoM (IITMCID). ITpumecn naenTHOUIMPOBATK IIyTEM CPABHEHUT KX
SKCIIEPUMEHTAIBHBIX Macc-CleKTpoB ¢ manabiMu 0aszbl NIST. B ciayuae orcyrcrBus
MAacc-CIIEKTPOB OIPEIeieMbIX BEIleCTB B 6ase MAHHBIX WJIM HU3KOIO COBIIANEHUS UX C Ou0-
JINOTEYHBIMH WICHTHAUKAINIO IPOBOIIINA C HCIOIH30BAHHEM MAaCC-CIEKTPOB M BpEMeH
VAEpKUBAHUSA, OIyOIMKOBAHHBIX B TUTeparype. B MoHOCHIane HaeHTU(HIIMPOBAHBI IPHMe-
CH TIOCTOSHHBIX I'as0B, JHOKCHAA yriepona, yriaeBomoponos Ci — Cs, meTyunx HeopraHwude-
CKUX THIPUIO0B, TOMOJIOTOB MOHOCHJIAHA, CHIIOKCAHOB, alTKUICHIaHoB. [IpuMmecu ompenendin
B peuMe MOHUTOPHHIA BbIAE/IEHHBIX NOHOB I10 MAaCCOBBIM YHC/IaM, AJII KOTOPBIX COOTHOIIIe-
HIe CUTHAJI/IIyM MaKCUMasibHO. KoHIleHTpatmy mprMeceii pacCINTHIBATIN METO0M a0COIIOT-
HOM TPayHPOBKH II0 ILIOIIA/AM IIUKOB, a B CJIydae OTCYTCTBHA 00pa3IioB CPABHEHHS OIIpesie-
JISUTH C MCTIOJIb30BaHUEM 3aBHUCUMOCTH KO3(P(UIIMEHTOB YyBCTBUTEIBHOCTH I€TEKTHPOBAHUS
STHUX IIPHUMECEeH OT IIOJIHOTO CeueHus noHusanmu. [Ipeensr 00Hapy KeHuUs IPUMEeCe COCTaBH-
mu 1105 -2 - 107 % mon. [IpaBrIbHOCTE aHAIN3A IOATBEPAKIAINA METOIOM BAPbHPOBAHMS
BeJr4IHHbBI Po6hL. [IpuBeneHs! pesyIpTaThl OnpeesieHus IpuMeceil B MOHOCHIAHE IT0CIIe
CHHTE3a, B OYMIIEHHOM METOIOM HH3KOTEMIIEPATYPHOH PEeKTH(DHKAINK M B BBIIEIEHHBIX
(bparImax co CKOHIIEHTPHUPOBAHHBIMHE BBIIIE- ¥ HIKEKUITAIAMYA [TPUMECIMHE.

KiroueBbie c/I0Ba: BHICOKOUMCTBIM MOHOCHWJIAH, IIPUMECH; HACHTH(DUKALNSI; XPOMATO-
MacC-CIIEKTPOMETPHA; KallIIAPHAA KOJIOHKA.

CHROMATO-MASS-SPECTROMETRIC STUDY OF THE IMPURITY COMPOSITION
OF HIGH-PURITY MONOSILANE OBTAINED FROM MAGNESIUM SILICIDE
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A method of chromato-mass spectrometry is used to study the impurity composition of monosilane ob-
tained in the reaction of magnesium silicide with ammonium chloride in liquid ammonia. To improve
the reliability of the impurity identification along with the study of pure monosilane samples we ana-
lyzed monosilane fractions isolated upon purification by low temperature rectification. To separate the
impurities of permanent gases, hydrocarbons C;-Cg, volatile inorganic hydrides, disilane, and
alkylsilanes we used an adsorption capillary column GS-GasPro 60 m X 0.32 mm with a modified silica
gel. To separate the homologues of monosilane, siloxanes, and alkylsilanes we used a column
25m x 0.26 mm, d; = 0.25 pm with a polytrimethylsilylpropyne (PTMSP) sorbent. Identification of
the impurities was performed by comparison of their experimental mass spectra with the NIST data-
base. In the absence of the mass spectra of analytes in the NIST electronic database or a low coinci-
dence of the spectra identification was performed using data of mass spectra and retention time pub-
lished in the literature. The impurities of permanent gases, carbon dioxide, hydrocarbons C, — Cs, vola-
tile inorganic hydrides, monosilane homologues, siloxanes, and alkylsilanes were identified in monosi-
lane. Quantitative determination of the impurities was carried out in the mode of selective ion detec-
tion by the mass numbers having the maximum signal/noise ratio. Calculation of their concentrations
was performed using a method of absolute calibration by the peak areas. The concentrations of the im-
purities in the lack of reference samples were determined using the dependence of the sensitivity coef-
ficients of their detection on the magnitude of the total ionization cross sections. The detection limits of
the impurities range within 1 X 10> — 2 X 107 % mol. The accuracy of the analysis was confirmed by
the method of sample size variation. The results of determination of the impurities in monosilane after
synthesis, in that purified by low temperature rectification, and in the isolated fractions with concen-
trated higher- and lower-boiling impurities.

Keywords: high purity monosilane; impurities; identification; chromato-mass spectrometry; capillary

column.

Monocunan (SiH,) BbIcOKOIT wmcToThl (6N — 6N5)
SABJISETCA MCXOMHBIM MaTEPHAIOM [JIA MOJyIEeHHUA
HauboJIee YUCTOr0 KPEeMHHUs, KOTOPBIH HCIIOIb3YIOT
IIPH H3TOTOBJIEHWH BBICOKOTEXHOJOTHYHBIX IIPHOO-
POB: 3JIEMEHTOB CHJIOBOH BIEKTPOHUKH, COTHEUHBIX
anemeHnToB ¢ BbicokuM KILIl, merexkTopor smepHOro,
nH@pPaKpacHOro usaydenus u ap. [1 — 3].

BricokouHCTBIN KpEeMHHI MOJy4aloT TepMude-
CKMM pasiiokenueM MoHocuiaana [1, 4]. Hawubomee
BEpOATEH Iepexo] IpuMeced B KpeMHUU U3 UCXOH-
HOTO MOHOCHJIAHA.

Hna ompeneneHus mpuMecedl B MOHOCHJIAHE B
JIATEpaType OIIMCAHO IIPUMEHEHHe MEeTOI0B Mace-
CIIEKTPOMETPHUH, Ta30BOM xpomarorpaduu, Xpoma-
to-macc-cuekTpomerpuu 1 MK-®ypbe crekTpocko-
nuu [5 — 8]. Haubosnee mepcnekTHBHBIM U3 HUX, IIO-
3BOJIAIONUM OTIPENENIATh ITUPOKUH KJIacC IIpuMecei
Ha HU3KOM YPOBHE KOHIIEHTPAIIHI, SBJISeTCA XpoMa-
TO-Macc-cueKTpoMerpusi. K BamuelIium 10CTORHCT-
BaM MeTOJIa OTHOCSITCS BO3MOKHOCTE OBICTPOM U Ha-
IEKHON UIEHTH(DUKAIINN IIpUMecedl o Macc-CIIeK-
TpaM ¥ mapaMeTrpaM yIAep:KHBaHWd, a TaKKe BBICO-
Kasd 4YyBCTBUTEJIbHOCTD UX PETHUCTPAIINH.

IIpoBenmenunie pamee ucciaeqoBauus [8, 9] moka-
3aJid, YTO COCTAB MPHMeCeH B MOHOCHJIAHE 3aBUCHUT
ot cmocoba ero cuHTesa. Tak, MOHOCHIAH, TIOJIyYeH-
HBIA [0 PEaKIHMH IUCIIPOIIOPIUOHUPOBAHUA TPH-
aTOKcHUcUIaHa [8], 3arpsa3HeH B OCHOBHOM OpTaHMUYe-
ckumu coemuHenusmu (yrieBomopomamu C; — Cy,
apupamu, coupramu, GEH30JI0M, XJIOPCOAEPIKAIIIH-
MU YTJIEBOJOPOAAMHU, AIETOHOM, AIeTATHIETHIOM),
TPUSTOKCH- W TETPASTOKCUCHUJIAHOM W B MEHbIIIEH
CTETIeHH — HEOPraHWYEeCKUMHU COeqUHeHusMu (Iu-

CHJIQHOM, TUIPUIAMHU BJIEMEHTOB 3 — 6 TPYIII, XJI0p-
cunanamu) [10, 11].

B pa6orax [5, 12 — 16] mpuBemeH ITPUMECHBIH
cocraB 00pasiioB MOHOCHJIAHA, MOJYyYEeHHBIX II0 pe-
akuuu TerpadTOpuaa KPEMHUSA C THAPHUIOM Kallh-
nusa [17, 18] u oboraimeHHbIX H30TONAMH KPEMHHUSI
28Si, 29Si, 30Si: ompepeneHbl TPUMECH IOCTOSHHBIX
rasoB, IpeJeIbHBbIX, HEIpeIeIbHbIX, apoMaTHie-
CKHX U TaJIOT€HCOIEPIKALINX YTI€BOI0POI0B, ATKHUJI-
CHUJIAHOB, TOMOJIOTOB CHJIAHA, CHJIOKCAHOB H WX
¢TOpIPOU3BOAHBIX, (DTOPCUIAHOB.

B monocunane, moLy4eHHOM IHCIIPOIOPIIHOHH-
poBanueM Tpuxiopcuiana (4, 19], ugenrudumpo-
BaHbI IIPUMECH ITOCTOSHHBIX Ia30B, YIJIEBOI0OPOIOB,
JIETYIUX HEOPTaHWYECKUX THAPHUIOB, AUCHUIOKCAHA,
xaopcuaanos [5, 20].

B moHOCHIaHe, MOMyYeHHOM IO PEAKITUN Pasiio-
JKeHHUS CHJIMIIAIA MAartus XJOPHAOM AMMOHHUS B
cpelie KUOKOTO aMMmuaka [8, 9], ycraHOBiIeHO IpuH-
CyTCTBHE IpUMecel IOCTOSIHHBIX T'a30B, YIJIEBOMO-
pomos C,— C,;, ammuaka, IuCHIaHA, TUCAIOKCAHA
[8, 20]. B macrosiee BpemMs [0/ MOHOCHJIAHA, II0-
JIy9aeMOoro TaKUM METOJ[OM, HEYKIOHHO BO3PAaCTaeT,
B CBSI3H C 4eM HeoOxoimma Oosee mogpoOHAs HH-
dopmarus o ero mpumecHoMm cocrase. Ilosromy me-
TaJbHOE U3yYEeHHE IIPUMECHOI0 COCTABA TAKOIO MO-
HOCHJIaHA ABJAETCA aKTyaJIbHOM 3a/Iauel.

Ienap paboTbl — XpoOMATO-MACC-CIEKTPOMETPH-
YecKoe MCCIIeOBAHNEe IIPHMECHOTO COCTaBa BHICOKO-
YHUCTOTO MOHOCHJIaHA, IIOJIyYEHHOTO W3 CHIHIIHIA
MarHus.

B pa6ore ucciaemnoBanmu mpuMECHBIH COCTAB MO-
HOCHJIAHA, IOJYyYEeHHOTO II0 PEeaKIMu B3auMOJei-
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Puc. 1. XpomarorpaMma MOHOCHJIAHA, IIOJyYEHHAS C HC-
nonb3oBanueM KomoHkU GS-GasPro: I — N, Ar; 2 — CyHg;
3 — GeH,; 4 — COy 5 — CH,, PH;; 6 — AsHj;;, 7 —
CH,SiHy; 8 — CsHg; 9 — SipHg; 10 — C,H;SiH,

CTBUS CHUJIHIMIA MATHUA C XJIOPUAOM AMMOHHS B
cpere :xugroro ammvuara [9]. Jlns ananmsa UCIoOIb-
30BaJI MOHOCHJIAH II0C/Ie CHHTe3a (MCXOMHBIHN), 09H-
I[EHHBIH METOJ0M HHU3KOTEeMIEPATYPHOH pPEeKTU(U-
Kalluu ¥ (PpaKIuu, MpeaCTaBISIONINe CO00H KOH-
IIEHTPATHI BbIlIe- W HUKEKUIIAIAX OTHOCHTEIHHO
MoHocuiaana npumeceit. [Ipober oToupanu us cueru-
IbHO TIPeHA3HAYEHHBIX JJIS XPaHEeHUI MOHOCHIIA-
Ha 0aJIOHOB.

Ananus MOHOCWIAHA TPOBOJWUIN C WCIIONh-
30BAaHHEM XpoMaro-Macc-ciekrpomerpa  Agilent
6890/MSD 5973N ¢ KBagpyIIOIbHBIM MaCC-aHAIHN3a-
Topom. MoHusanumo nmpumeceil 0CyI[eCTBIIAIN JJIEK-
TPOHHBIM ymapoM (3Heprus sjaeKTpoHoB — 70 3B).
Temneparypa ucrounnka HoHOB cocrasuana 150 °C,
TeMIeparypa KBaJpPyHOIBLHOTO (QPUIBTPA Macc —
106 °C, remmneparypa unrepdgeiica — 200 °C.

Ina xpomarorpaduyeckoro pasjeneHus IMIpH-
MeceHl ¢ HEBBICOKMMH OTHOCHTEIHHO MOHOCHJIAHA
TeMIlepaTypaMyu KUIIEHWS U MOJEKYJISPHBIMHA Mac-
CaMH KCITOJIb30BAIN KATWUIAPHYIO aJCOPOIIHOHHYIO0
komoHKy GS-GasPro 60 M X 0,32 MM ¢ mogudu-
nupoBauubiM criukarenem (Agilent Technologies,
Inc.), a mna onpemenenus mpumecei ¢ 60ojiee BBICO-
KHUMH TeMIepaTypaMy KHTIEHUS U MOJEKYJIIPHBIMA
MaccaMy — KalWUIIPHYIO aJCOPOITMOHHYI0 KOJIOH-
Ky ¢ IITMCII 25 m X 0,26 mMm, dy = 0,25 mem [21].
Pasmenenne mnpuMecell NPOBOAWIM TIPU CIEMY-
IOIAX YCIOBUSAX: IPH WCIOIH30BAHUU KOJOHKU
GS-GasPro Ttemmeparypy mDporpaMMHpPOBajH OT
30°C (8 mun) mo 100 °C co cropocrsio 10 °C/mumH,
a mis xosnouku ¢ IITMCII mavansHas Temmeparypa
amanmsa cocrasaana 30 °C (8 muH), 3aTeM ee 1o-
Boimanu co ckopocrbio 10 °C/mun mo 130 °C u BI-
IEepPKUBAIKA 10 OKOHYAHWA aHamusa. B KadecTBe
raza-Hocutessi npumendanau remxuit mapku 7.0 (TY
0271-001-45905715-02). Ero nuHe#Has CKOPOCTb
B KosioHkax cocrasisia 30 cm/c. Bo Bpems Beixoma

13 KOJIOHKM MaKCHMAJIbHOH KOHIIEHTPAI[UU OCHOB-
HOTO KOMITOHEHTa (MOHOCHJIaHA) OTKIYAIN HATIPA-
JKeHHMe HA MOHHOM HCTOYHHUKE JJIsT UCKIUYEeHHUs I1e-
peropanus karofa. Ilpw ucrmoab30BaHUK KOJIOHKH
GS-GasPro Bpems OTKIIOYEHHS COCTABILIO 4,2 —
5,3 muH, a masa xomoHku ¢ IITMCII manps:xenue
Briouanu depes 1,90 MuH mocie Hauassa aHaIN3a.

Cucrema mpo600T60pa, BHITIOJIHEHHAS U3 TPYOOK
n3 Hepxasewotied cramu (mapku 12X18H10T) c
BHYTPEHHUM JHAMETPOM 4 MM, BRJII0OYaIa MeMOpaH-
ubie kpanbl (TY 14-3P-09-94). osupoBanue mpo-
0bI B xpoMaTorpaduIecKyio KOJIOHKY OCYIIECTBIISLIN
C TIOMOIIBI0 AaBTOMATHYECKOTO KpaHAa-103aTopa
Valco EH2C6WEZPH-CERS5, ¢dynkimmonuposasiie-
ro B sammTHON armocepe remus mapku b (TY
51-940-80). O6bem 1poOBI cocrasiasan 50 MKI Ipu
nasiaennu 0,1 — 1,0 atm. ITogpobHoe omucanme mpu-
MEHSIeMO# cucTeMbI Mpo600TOopa MpUBEIEHO B pa-
6ore [6].

[Ipumecn HAEHTHUMHUIUPOBATH CPABHEHHUEM HX
SKCIIEPUMEHTAIbHBIX MAaCC-CIIEKTPOB C MAacC-CIIeK-
tpamu Berects oubanorexu NIST (National Insti-
tute of Standards and Technology) u ony6nukoBau-
HBIMH B paborax [13 — 16], a Takke 10 yKa3aHHBIM B
HUX BpeMeHaM yIepP:KUBaHUA.

[Ipumecu ompemensau MeTOmOM aOCOMIOTHOMN
TPAAyHUPOBKN MO ILIOMIAAAM XPOMATOrPa(PHUIECKUX
MMUKOB, 3apPETMCTPUPOBAHHBIX B PEKUME MOHHTO-
pusra BoigeneHHbIx noHOB (SIM). lna kaskmoi npu-
MeCH BBIOMpAIH MOHBI CO 3HAUEHUAMHU M/z, A KO-
TOPBIX COOTHOIIIEHNE CUTHAJI/IIYM ObLI0 MAKCUMATIb-
vbIM. [locTosHHBIE Ta3bl, TUOKCH] YIIEpOja, yrie-
Bomopoabl C; — C;, merydyue THAPHUABI OIPeNeIsan
C UCTIOJIb30BAHUEM ATTECTOBAHHBIX ITOBEPOYHBIX ra-
30BBIX CMecel WJIM IPUTOTOBIEHHBIX HAMH HA OCHO-
Be BBICOKOYHCTOTO renus [22].

IIpumecu TOMOIOTOB MOHOCHIAHA, CHIIOKCAHOB,
QTKWICHIIAHOB, VI KOTOPBIX OTCYTCTBOBAIHM 00pas-
bl CPABHEHUS, ONPEEISIN C UCIOIbL30BAHUEM 3a-
BHCHMOCTH YyBCTBHUTEIBHOCTH [ETEKTUPOBAHUS OT
moaHoro ceuenus nouusamuu [22, 23]. IIpemens: 06-
HApPYKeHHUs IPUMeceil PaCCINTHIBAIH 10 YTPOESHHO-
My CTAHIAPTHOMY OTKJIOHEHHIO CHUTHAJIA KOHTPOJIb-
HOTO ormbITa A7 peskuma SIM [24].

Ha puc. 1 m 2 npuBeneHbI NOJy4YeHHBIE C HC-
MMOJIb30BAHUEM [[BYX PA3JTHYHBIX KOJIOHOK XPOMATO-
rpaMMbl (PpaKIuii MOHOCHJIAHA, BBIAENIEHHBIX NIPU
€ro PeKTU(PUKAINN U COAEP:KAINX CKOHIIEHTPUPO-
BaHHbIE IPUMECH.

W3 mosyueHHBIX XpOMATOTPAMM M JAHHBIX II0
BpeMeHaM yAep:KUBAHWs, IPUBEJEHHBIX B TabII. 1,
BHIHO, YTO XpoMaTorpad)uueckoe pasieseHue IIH-
KOB [IOCTATOYHO I WHAWBUIYAILHOTO OIpee-
meHus OonbInuHCTBA mpuMeced. Hckmouennem
SABJIAIOTCA TIMKKA TPUMECed aTMOC(EepHBIX Ta30B,
9TAHA W repMaHa, STUiIeHa U (ochuHa (KOTOHKA
GS-GasPro), nporana u amMmuaka, AUCHIAHA U IH-
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cunorcana (komougka ¢ [IITMCII). Hecmorps ua 61u-
30CTh BpPE€MEH yIeprHUBaHUA, WHIUBUAYAJIBbHOE OII-
peleneHne 3TUX BEIeCTB HE BBI3BIBAJIO OCIIOMKHE-
HHUM W3-32 CYI[ECTBEHHOTO PAa3IUYHUA ITONOKEHUS
HaI/I6OJIee HWHTEHCHUBHBIX IINKOB B MacCC-CIIeKTpe.

B macc-criekrpax NyO u COy OCHOBHBIMHY SBJIA-
0TCA NIMKW WOHOB C m/z 44, a BpeMeHa yaep:KuBa-
HUS 9TUX BeriectB B Koiaouke GS-GasPro 6iausku:
t,(NyO) = 5,77 mumH, t,.(COy) = 5,87 mun. ad wuu-
IUBUIYAIBHOTO OIpefielIeHus dTUX IpuMecel Ipu
COBMECTHOM IIPHUCYTCTBUHM YMEHBIIAIN BEIUIHHY
npo6s1. Kax BugHO U3 puc. 3, moHMKeHNE TaBICHU
Harycka mpobsI B 4 pasa c¢ 1,0 go 0,25 at™ mpu KOH-
mearpamuy N,O (B3 +1)-10° u CO, (5,2
+ 0,5) - 10 % 06. obecrednBamo MOIHOE pasiese-
Hre TuKoB 9Tux Bemlects. Onpenenenne N,O Takixe
MOJKHO TIPOBOJUTH II0 MUKy HoHA ¢ m/z 30, orcyrt-
crByomemy B Macc-ciiekrpe CQO,y, MHTEHCHBHOCTH
KOTOPOTO COCTaBIAET OKOJIO 31 % OT MHTEHCUBHOCTH
MMUKA WOHA ¢ m/z 44.

IIpu ucnonpzoBauuu komoHku ¢ IITMCII orme-
YeHO, YTO XpoMarorpadudecKuii MUK 2, COOTBET-
CTBYIOIIIUY IPUMECH aMMHaKa, aCUMMETPUYIEH, TMe-
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Puec. 2. XpomaTorpaMmMa MOHOCHIAHA, IIONyYeHHAs C WC-
nonb3oBarueM koiaouku ¢ [ITMCII: I — CH4SiHg; 2 — NH,;
3 — Si,Hy, Si,HO; 4 — C,H;SiH;; 5 — SigHg

eT OTBeCHBINH (PPOHT M pasmbIThiil ThLI. Onucanue
takoro Biausuusa copbenra IITMCII na smrouposa-
HHe aMMHaKa B iuTeparype He HaiaeHo. [1ogo6ubIi
BHJ XpoMaTorpad)uecKoro MuKa XapaKTepeH IJisd
rasoacopOIIMOHHON XpoMarorpauu Py pasjerie-

Ta6auna 1. PesynbpraTs! onpeneneHus mpruMeceil B MOHOCHIAHE

Bpemena ynep- Kounenrpauwus, % moi.
ITpumecs (Gﬁsc?ézggfogtltrz mlz «HcxonHblit» «Jlerkas» «Tsaxenasa» Pexrndmxar C..
(IITMCII), Mun MOHOCHIIAH paruns dparuus min

N, 3,81, — 28 (1,56 £0,2)-103 (3,5 +0,4)-102% (4,2=*0,5)-10% (2,6 £0,3) 105 510
Ar 3,81, — 40 (45+0,55) 102 (82+0,9-103% (1,8=+0,2)-10* (1,0=*0,2) 10 7107
CH, 3,94, — 15 (5,2+0,5-105 (3,3=0,4) 103 <1-105 <1-105 1-10°5
C,Hyg 5,54, — 27 (3,6 £0,4) 105 <2-10 (1,6 £0,2) - 10 <2-10 2106
GeH, 5,64, — 76 1,7+ 0,2) - 105 <9-107 (6,0 £0,7) - 105 <9-107 9-107
N,O 5,77, — 44,30 (1,9=%=0,6)-10° (1,2%*0,3)-10* (1,0*0,3) 105 4=x1-10°5 2-10°6
CO, 5,87, — 44 (6,0 = 0,6) - 10> <2-10% (2,5 +0,3) - 10 <2-10% 2-10°6
C,H, 6,92, — 27 2,7+0,3)-103 (1,0+0,1)-10°> (1,1 +0,1)-102 <2-10°6 2-106
PH, 6,99, — 34 (5,6 £0,6) - 103 <1-10 (2,3 £0,3) 102 <1-10 1-106
AsH, 7,53, — 76 (3,0 £0,3) - 10 <2-10 (5,9 £0,7) - 105 <2-10 2-10°6
C,H, 10,72, — 26 BG=x1-10°% (5,5 +0,6) - 104 <2-10 <2-10% 2-106
CH,SiH, 10,93, 2,15 45 (1,6 £0,5) - 105 <1-10°6 (6 +2)-105 <1-10°6 1-10%
C;Hg 11,77, 2,54 29 <2-10° <2-10 4=1)-10° <2-10 210
Si,Hg 15,21, 4,04 60 3+x1)-102 12=+04)-10* (1,5*0,4) 101 3=x1)-10°6 1-10%
C,H, 15,56, 2,29 41 <2-10 <2-10 (7Tx1)-10°6 <2-10 2-10°6
C,H;SiH, 16,87, 4,98 58 2=x1-10°% (6=2)-107 5+1)-10°8 <4-107 4-107
(SiH,),CH, 22,27, 10,90 75 (1,8 £ 0,6) - 106 <3-107 9x3)-107 <3-107 3107
NH;, —, 2,50 17 <1-10- <1-10-3 4x1)-102 <1-10-3 1-103
Si,H,O —, 4,09 77 (4+1)-10°6 (1,6 £ 0,5) - 10 Gb=1-10+ (22=+0,7-10% 2-10°6
SizHgO, —, 14,27 123 <2-107 4=2)-107 (1,0 £0,3)- 108 <2-107 2-107
SigHg —, 14,89 60 (1,9 +0,6) 105 (8=3)-107 1,3 +0,4) - 105 <2-107 2-107
n-Si,H;, —, 20,13 90 <1-107 <1-107 4+2)-107 <1-107 1-107
IIpumeuanwne. [Ipu mcnonbsoBanmu konouku GS-Gaspro «—» — mpmMmech He oupenensnud. IIpu HCIIOTB30BAHUK KOJOHKH

¢ IITMCII «—» — npuMech HEBO3MOKHO PA3HeIUTh C MOHOCHIAHOM.
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M P(upoGer) = 0,25 arm

P(npoder) = 0,5 atm

P(mipoder) = 1,0 atm

T T T T T T

54 56 58 60 62 64 66
t,, MIIH

Puc. 3. 3aBucumocts paspemenus nukoB N,O u CO,
or gaBmeHusi mpoObr  Mmouocmmana (C(N,0) = (3 =
+ 1) - 10-% % momn., C(COy) = (5,2 = 0,5) - 10-% % mom.)

HUY IOJIAPHBIX COEUHEHU U CBA3aH C Pa3MbIBaHU-
€M ero XpoMaTorpauIecKod 30HBI, OITUCHIBAEMbBIM
BBIIIYKJION U30TepMOH pacupenenenud [25]. IIpu uc-
monb3oBanuu KomoHKH GS-GasPro mpumecu awm-
MHAaKa, CHJIOKCAHOB ¥ TOMOJIOTOB MOHOCHJIAHA OIIpe-
IETUTH He yIanoch. BepoATHbIMY MPUYHHAMH 3TOTO
SBJIAIOTCA JJINTEIbHOE BPeMs YIEP:KHBAHUSI 3THUX
BEIIECTB B KOJIOHKE W BO3MOKHOCTH WX CIEIIH(PITI-
HOTO HEOOPATUMOTO B3aMMOAEHCTBHUA ¢ COPOEHTOM.

IIpu mpenTudurauu paga mpuMeced cpaBHe-
HHEM SKCIIEPUMEHTAJIbHBIX MAacCC-CIEeKTPOB C Macc-
criekrpamu 6asel gaHubix NIST ux coBmagenue co-
crasaano 0,87 -0,98 (aT0 mpuMmecu IpeJeIbHBIX,
HellpeJenbHbIX yriaeBopoponos C, — C;, meTyuux He-
OpraHuYecKux TUAPUIOB, TPUCHWIAHA, ATKUJICHIIA-
Ha). [Ipumecu azora, aproHa, 3aKucH azoTa U JTHOK-
cuza yriiepoaa uAeHTU(QUIIMPOBAIH 110 UX XapaKTe-
PUCTHYECKMM WOHAM ¥ BpeMeHaM YIep:KUBAHUA.
g ocTanbHBIX BEHIECTB COBHAEHHUE DKCIIEPUMEH-
TaJbHBIX MACC-CIIEKTPOB C OMOJIHOTEYHBIMHU HE IIpe-
BbImaio 0,41, 4To HeZOCTATOYHO AJIA UX HANAEKHOH
unenTuduranuu. [Ipraraoi HU3KUX K03 QUITHEH-
TOB MOJ00UA MOKET OBITH OTCYTCTBHE MAaCC-CIIEeK-
TpoB s1Ex BemiecTs B 6aze NIST. J[na ux unentudu-
KaIlli{ KCIIOJIb30BAJIA MAacCC-CIIeKTPhI U IIapaMeTphl
yOep:KUBaHUSI TIpUMeced, paHee WIACHTUPUIIH-
poBanHubIX B MoHocuiaue [13 — 16]. Comocrasienue
C TaHHBIMH STUX PAbOT MO3BOJIMIIO YCTAHOBUTH B HC-
clenyeMbIX 00pasiiax HaTudue IpuMecei JUCuIana,
TeTpacuiaaHa, JUCUIOKCAHA U TPUCHUIIOKCAHA.

B Tab6n. 1 npuBegensl uaeHTU(OUIIIPOBAHHELIE B
HCCIeAyeMOM MOHOCHUJIAHe IIPUMECH, BpeMeHa yIep-
JKUBAHUA DTHX BEIECTB B IPHMEHIEMbIX KOJOHKAX
¥ MacCOBbIE YHCJIA MPHU UX OIPENETIEHUHN B PEKUME
SIM. W3 Tabauiibl BUIHO, YTO B MOHOCHJIAHE HJEH-
TU(PHUIUPOBAHBI TIPUMECH ITOCTOAHHBIX Ta30B, THOK-
cusia yriepona, yriaesogopogos C; — Cg, meryunx He-
OpraHUYeCKUX THUAPHUIO0B, TOMOJOTOB MOHOCHJIAHA,

CUJIOKCAHOB, aJKWICHIAHOB. TakuM o06pasoM, B MO-
HOCHJIAHE, TOJAYyJYeHHOM CHJIMITAIHBIM METOJOM,
ompejiesieH 0ojiee IIUPOKHH KPYyr IpUMeced, deMm
omucaHo B autepatype [8, 20]. Tak, BuepBble ugeH-
THU(PUIUPOBAHBI TIPUMECH 3aKWCH a30Ta, MOHOTEp-
MaHa, apcuHa, GochrHa, ATKUICHIAHOB, TPUCHIOK-
caHa, TpUCHJIAHA, TeTpacuiana. /|1 uccnemoBanHo-
r'0 MOHOCHJIAHA XapaKTEePHO CYIeCTBEHHO MEHbIIIee
yucio npumeced [6 — 9] mo cpaBHeHwuIo ¢ oOpasma-
MM, TIOJyYeHHBIMH APYTHUMH MeTofamMu (HampuMmep,
u3 TeTpadTopuIa KPeMHH).

B Tabn. 1 mms psaga o6pasioB IPUBEIEHBI TH-
NUYHBbIE KOHI[EHTPAIIMU NPUMECeH B MOHOCHIIaHE
mocse cuHTe3a (MCXORHBIN), B OYHINEHHOM (pEKTH-
durar) u ero dgpparnuax. M3 moaydeHHBIX JAHHBIX
clemyer, YTO BO Bcex o0pasiiaXx HA YPOBHE KOHIIEH-
tparui 1072 — 107% % mon. mpucyTcTByIOT IpUMecH
atmocepHbIX Ta3oB. KoHIleHTpaIum yriieBomopo-
moB C;—C; B pasiauyHbIX (PPaKIHUIX ITOCTHUIAIOT
1073 - 10 % mon. Ilpumecn neTydnx HeopraHWde-
CKUX THUIPHUOB HUIEHTHU(UIIMPOBAHBI TOJIBKO B HC-
XOTHOM MOHOCHJIAHE W BO (ppaKIuu, 060raIieHHoM
BBIMIEKUTIANIUMY IPUMecAMU («TsaxKenoi»). Ux KoH-
nentpanuu gocruraior 102 % momn. B «ramemnoi»
pakuuu KOHIEHTPAIMH CHJIOKCAHOB, TI'OMOJIOTOB
MOHOCHJIaHA M AaJIKHICHIAHOB pocturaior 107! —
1077 % mon. B ouuIineHHOM MOHOCHJIAHE OIpenese-
HBI TOJIBKO IIPUMECH aTMOC(EepPHbBIX Ta30B, JUCUIAHA
¥ TUCHUJIOKCAHA, WX KOHIIEHTPAIIMH HE MPEBBIIIAI0T
10-° - 1075 % mou.

IIpenmensr oOHApY:KEHHUA IPHUMECEH COCTABUIHN
1-105-2-107 % mon. u HaxomsaTcs HA YpPOBHE
JIYYIIIUX M3BECTHBIX M3 JIUTEPaTyphl [6, 7, 26 — 28].
Wx sHaueHud npuBeieHsbl B Ta6i. 1.

[IpaBUIBbHOCTE ITOMyYEHHBIX PE3YIHTATOB IIOJ-
TBEPIKAAIN METO/IOM BapbHUPOBAHUA BETUIUHBI IIPO-
6p1 [24]. lna aToro cpaBHMBAIM MOIYJIb PA3HOCTH
cpenHux 3HadeHud pesynbraros |C; —C,| ¢ makcu-
MaJIbHOM HOTPEITHOCTHIO 3TOH PAa3HOCTH €, KOTOPYIO
paccuuTsIBaIU 110 hopMyIIe:

1 1
Sztp,fSBSB n7+7’

1 T

rie t,r — Koodurment CTbiofieHTa IJA J0Bepu-
TenbHOU BepoATHoctu P = 0,95 u uwncna creneneu
cBO6OIBI [ = nq + ng— 2.

CpenHeB3BelIeHHOE CTAHAAPTHBIX OTKIOHEHUUN
S,;; PACCYUTHIBAIH IT0 DOPMYJIE:

(ny —DSZ +(n, -DS?

n,+ny—2

S =

B3B

PesynbraTsl IpoBepKHM IPaBUILHOCTH aHAIH3A
pana o6pasioB Ha IpUMepe IPUMeced COeIUHEeHUH
pasmamunsix knaccoB (Ng, CoH,, AsH;, SioHgO, SipHg
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Ta6auna 2. PesynbpraTsl OleHKH NpaBHIBHOCTH aHamu3a SiH, MeronoM BapbHpOBaHUA BEIUYHMHBI MPOOBI (1, = ng, = 5;

P =10,95)
IIpumecs — P =10 am — P =05 am S s> % MOIL |61 - 62|, % moi. €, % MOIL
Cy, % mou. Sy, % mou. Cy, % mou. Sq, % MouL.

N, 4,1-10° 0,6 - 105 4,4 -10°° 0,5-10°5 0,6 - 10-° 0,310 0,910
C,H, 1,0 - 10-° 0,2 -10° 0,9 -10° 0,2 -10° 0,2 -10° 0,1-10° 0,3-10°
AsH, 5,7-10° 0,4 -10° 6,2 - 10 0,5-10° 0,4 -10° 0,5-10°° 0,9-10°°
Si,HgO 1,510+ 0,3-10+ 1,710+ 0,3-10+ 0,3-10+ 0,2-10+ 0,4 -10+
SiyHg 1,2-10* 0,2-10+ 1,3-10* 0,2-10+ 0,2-10+ 0,1-10+ 0,310+
CH;SiH, 6,3 - 10 0,5-10° 5,7-10° 0,4 -10° 0,410 0,6 - 10- 0,9-10°°

" CH3SiH3) MIPUBEIEHbI B Tabix. 2. BI/IIIHO, YTO M3Me- 7. Kperros B. A. IIpo6eMb! aHaMM3a BRICOKOIHCTHIX JIETYYHX ar-

HeHUe [aBJIeHu HallycKa IIpoObl MOHOCHIAHA B [[Ba
pasa He IPUBOIUT K CTATUCTHYECKU 3HAYUMOU pas-
HUIlE B Pe3yIbTaTax OIpeeIeHu .

Takum 00pasoM, ¢ UCIIOAb30BAHUEM METOIA XPO-

MaT0-MacCc-CIIeKTPOMETPHH U KaIWIIIPHBIX a1copo-
[HOHHBIX XpoMarorpaduaeckux KomoHok GS-GasPro
60M X 0,32 MM ¢ MOAUUITIPOBAHHBIM CHJIMKA-
renem u 25 M X 0,26 mm, d; = 0,25 mem ¢ IITMCII
paciupesa uH@OpPMAaIHI 0 IPUMECHOM COCTaBe BbI-
COKOYHCTOTO MOHOCHJIAHA, MOJIYyIYeHHOTO II0 pPeak-
[MH CHJIHITHAA MATHUSA C XJIOPHUCTHIM aMMOHHeM. B
MOHOCHUJIaHE HAEHTU(QUIUPOBAHBI MPUMECH IIOCTO-
SHHBIX ra3oB, yriaeBomoponoB C; — C;, meryuux He-
OpTraHUYeCKUX THUIPHUIO0B, CHJIOKCAHOB, I'OMOJIOTOB
MOHOCWJIaHA, AJKWICHIAaHOB. M3 HUX BHepBhie B
JAHHOM MOHOCHJIAHE YCTAHOBJIEHBbI 3aKHCh a30Ta,
MOHOTrepMaH, apcuH, (OochUH, ATKWICHIAHBI, TPH-
CUJIOKCAH, TPUCHWIAH, Terpacunad. MccremoBaHbl
COCTaB M TUMHYHBIE KOHIIEHTPAIIUH IIPUMecei B MO-
HOCHJIaHEe TI0C/ie CHHTe3a, B OUUIIEHHOM U (hpaKiiu-
dX, BBIIEJIEHHBIX IIPH €ro O4YHCTKe. B ounimenHOM
pekTu(UKaIFell MOHOCHIAHE YCTAHOBIEHO IIPUCYT-
CTBHE TpUMecel aTMOC(EepHBbIX Ta30B, UCHIAHA U
aucuiaokcana ¢ kounentpanuavu 1072 — 108 % mou.
Konnenrpamnuu ocranibHBIX HAXOAATCA HA YPOBHE
HHKE [IPeIesIoB UX 00HAPYKe .
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NCCJIEJOBAHUE KUHETUKHW COPBIIMOHHBIX ITPOIIECCOB
B METAJIJIOTHAPUHDBIX ITAPAX
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IIpencraBiensl pesyabTaThl HCCIEAOBAHUSA COPOIIMOHHBIX IIPOIECCOB B METAUIOTHAPUIHBIX
mapax. Pazpa6oranbl MeTOIMEA ¥ JIa60paTOpHAs YCTAHOBKA IS 9KCIIEPUMEHTAIBHOTO H3y4e-
HYsS KMHETHUKH W OIPENeIeHHUs IIPONOKUTEILHOCTH B3aAUMOIEHCTBUA C BOJOPOIOM THIPHU-
JI0B, 00pas3yIoIIXCcA IIPU HACBHIIEHUH AByX HHTepMeTaummdeckux coepunenuii (MMC) pas-
HOTO cocTaBa. HOHCTPYKINA YCTAHOBKK BKJIIOYAET JBE CTAJIBHBIE PETOPTHI, COJEPIKAIINE
HMMC, criocobHbIE K MHOTOITUKIOBOMY 06paTHMOMY IIOTVIOIIIEHHIO BOZOPOIA C 06pasoBaHHEM
COOTBETCTBYIOIIMX THIPUIIOB — BBICOKO- U HU3KoTeMIeparypHoro. Cucrema mpemycMaTpuBa-
eT U3MEPEeHHEe TEeMIIEPATypPhl IUPKYIMPYOIUX WIN [IepeMelINBaeMbIX TeIJIOHOCHUTENIEH,
OXJIUKIAOIIMX PETOPTHI B IIPOIECCE COPOITMH U MOOrPEBAOIINX UX HPH IeCOPOITUY, U 1aB-
JIEHUS B COEJUHUTEBHOM BOIOPOIHOM MarucTpany. MzydeHa quHaMuka JaBjIeHus BOLOpoaa
B MArvMCTPAJIX M TEMIIEPATYPHI TEIIOHOCUTEJIS C TEYeHHEM BPEMEHU IIPU OJHOBPEMEHHOM pa-
60Te IBYX TMIPHUIOB CILIABOB — Mml,yLayNLlCo u LaNis Al . OnpeneneHa IIpogomKUTe b
HOCTB JIecopOLIMy BOJIOPO/IA 13 IIEPBOr0 MaTepHaia ¢ OHOBPEMEHHOH cOPOITHe ero BTOPhIM.
Jl1s1 oATBepIKIEHUs OIyYeHHbBIX KHHETHUYECKHUX XaPAKTEPUCTUK PACCUUTHIBAIN TEILIOBOM
GaJIaHC, COCTABIEHHBIH /I HU3KOTEMIIEPATYPHOTO MOJIYJIs YCTAHOBKU. AHAIOTHYHBIE pacJye-
THI IIPOBOVIIN IS BHICOKOTEMIIEPATYPHOTO MeTayrioruapuza. [Ipemioxkensas MeTonuKa 1
Pe3yJIbTaThl MOTYT OBITH HCIIOJIb30BAHBI IIPU MATEMATHYECKOM MOIEIMPOBAHNHN COPOITHOH-
HBIX [IPOIIECCOB B METAJUIOTHUAPUIHON Iape, a TAKKe IS OIPeIeIeH s OIITUMAIBHBIX KOHCT-
PYKTHBHBIX [IAPAMETPOB, 00ECIIeUHBAIOIINX d(DEKTUBHYIO Pab0Ty COPOIIMOHHBIX TEILIOBBIX
HAaCOCOB.

KiroueBnle cIoBa: MeTaNIOTHAPHUI; BOIOPOJ; MHTEPMETAIINIECKHE COSMUHEHMUS; THIPH-
J000pasyolye CIUIABbl; METALIOTUAPHUIHAS IIapa; TeIUIOBOM HACOC; IecOpOIHUs; TeIIoBast
SHEPTHUS; ITUPKYJIAINA TeIUIOHOCUTE.

STUDY OF SORPTION KINETICS IN METAL HYDRIDE PAIRS
© Olga P. Matveeval, Yuri B. Patrikeev?, Yulia M. Filyand2

1 Bauman Moscow State Technical University, Moscow, Russia; e-mail: sm8@sm8.bmstu.ru
2 JSC Giredmet, Moscow, Russia; e-mail: ybpatrikeev@giredmet.ru, jmfilyand@yandex.ru

Submitted October 24, 2017.

We present the results of studying sorption processes in metal hydride pairs. Technique and laboratory
setup are developed for experimental study of kinetics and determination of the duration of interaction
between hydrogen and hydrides formed upon saturation of two intermetallic compounds (IMC) of dif-
ferent compositions. The design of the setup and principle of operation are presented. The setup in-
cludes two steel retorts which contain the alloys capable of multicycle reversible sorption of hydrogen
with formation of the high- and low-temperature hydrides. The system provides measurements of
pressure in the hydrogen pipeline between the retorts and temperature of circulating or stirred heat
carriers which cool the retorts during sorption and heat them during desorption. The dynamics of hy-
drogen pressure change in the pipeline and temperature of the heat carrier under simultaneous
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operation of two hydrides of alloys Mm,;_ L.a Ni,Co and LaNi; Al, are studied. The duration of hydro-
gen desorption from the first hydride with simultaneous sorption by the second one is determined. The
thermal balance for the low-temperature module of the setup was calculated to prove the obtained ki-
netic characteristics. Similar results were obtained for desorption of hydrogen from high-temperature
metal hydride. The technique and results can be used for simulation of sorption processes in metal hy-
dride pair and determination of the parameters of optimal design for efficient operation of sorption

heat pumps.

Keywords: metal hydride; hydrogen; intermetallic compounds; hydride-forming alloys; metal hydride
pair; heat pump; desorption; thermal energy; heat carrier circulation.

Merautoruapubl, 00pasyIiiuecs IPH B3anMOIek-
CTBUH MEPEXOAHBIX METAJIOB U MHTEPMETAJIuIe-
cxnx coenmuenuii (MMC) ¢ BomopoaoM, MPUMEHSIOT
B Pa3IHYHBIX SHEPTONPeoOpasyIUX YCTPOUCTBAX.
B wacTHOCTH, NX MOKHO HCIIOIB30BATH A IIepea-
YM TEIVIOBOM YHEPIHWH C HU3KO- HA BHICOKOTEMIIEpa-
TYPHBIH YPOBEHb IIPU HOMOIIH METAIOTHAPUIHBIX
TerioBbix HacocoB (MI'TH) [1 - 6].

Haa paborsr MI'TH Heobxomuma Tak Ha3bIBae-
mad rugpuaHas mapa [1, 7, 8] — nsa UMC pasnoro
coCTaBa, CIIOoCcOOHBIE K MHOTOKPATHOMY 00paTHMOMY
TIOTJIOIIEHHIO W BBIIEIEHUI0 BOAOPOaa ¢ 00pasoBa-
HHEM COOTBETCTBYIOIIUX TUAPHUAOB: Bbicoko- (BTT)
u uuskoremmeparypuoro (HTT). Ha ocuHoBe stux
CILJIABOB CO3[MaeTCsA 3aMKHyTas (OTHOCHUTENHHO HUX
¥ BOJOPOJA) KOHCTPYKIHSA, (PYHKIIMOHUPYIOIIAS 34
cueT mpeobpasoBaHUA TeIlia HA PasHbIX TeMmIlepa-
TYPHBIX YPOBHAX.

IIpunmun geiicreuas MI'TH o6ycnasiuBaer Bos-
MOKHOCTh WX WCIOJb30BAHUS B PA3IHUYHBIX CHCTE-
Max Mpu He0OXOAUMOCTH OTBO/Ia HU3KOIIOTEHI[HATb-
HOU TemioBod 3Hepruu. Pabouwmit murkn MI'TH
BKJIOYAET [Ba IIONYIIMKJIA: B IEPBOM IIPOHCXOMST
necopOuusa sogopona us BTI™ u ogaoBpemenHo cop6b-
nus raza HTT, Bo Bropom — mecopbrius uz HTT u
cop6rust BTT.

B kauecTtBe MarepwasoB A TUAPUAHBIX TAp
ucronb3yor MMC Ha ocHOBe 1aHTaHA, IIEPUS, TUTA-
Ha, IUPKOHUA, BAHAIUA U IPYTHUX MEPEXOTHBIX Me-
Tasios [2, 4, 7, 9]. C yueToM BOZOPOIOIOIIIOTHTEb-
HBIX ¥ ODKCIUIyaTAIlMOHHBIX XapaKTepUCTHEK [8]
IIPeAIIoYTeHre 0TaAalT MEOroKoMIoHeHTHBIM TMC:
LaNi; Al, (0,001 <x<0,5) — i HCIOIb30Ba-
aua B kadectBe BTI' uw Mm, LaNi,Co (0,1<y<
<0,999) — mma HTT [10]. ComaBbl 5THX CHCTEM
OT/IMYAIOTCA  TOBBIIMIEHHOH  BOZOPOZOEMKOCTHIO,
MaJIbIM TECTEPEe3UCOM U YAO0OHBIM s (PyHKITHOHH-
poBauusas MI'TH wunrepBamom pabounx maBiIeHUN
[11 — 13]. OHHu aKTUBUPYIOTCA B «MATKUX» YCIOBUAX
(maBmemne — mo 1,5 MIla, rtemmeparypa — 20 -
25 °C) u mocturamorT TpebyeMoN eMKOCTH 32 MHUHU-
MaJIbHOE YHCIIO «TPEHHPOBOYHBIX» ITUKIOB. Kpome
TOTO, TaKue COPOEHTHI YCTOMYHUBBI K IIPUMECAM,
cofiepsKamuMca B Ta3000pasHOM BOZOPOAE, HUTO
obecrieurBaeT OOJIBIIION pecypc paboThl Kak o Bpe-
MEHHU, TaK ¥ [0 KOJHWYECTBY ITUKJIOB THAPUPOBA-
HHS — IeTHAPHUPOBAHUA.

Adderrusuocte MI'TH, ompemensemyoo wux
YAETbHOU XOJIOAOTPOU3BOAUTENbHOCTEI0 Ny, oOIle-
HHUBAIOT B pacyere Ha equHuily maccel HTT'. Ona 3a-
BHCHUT OT COCTaBa ¥ CTPYKTYpPHI CILIABOB, 00pasyio-
IUX THAPUIHYIO Iapy, KOHCTPYKIMH YCTPOUCTBA,
YCJIOBHI ITOABOJA ¥ OTBO/A TEIIOBOM SHEPruu (TeM-
TepaTyphl, pacxoa, TUIIA TETLIOHOCUTE), & TaKKe
OT CKOPOCTH IIPOIECCOB COPOIUH U eCOPOIIUH BOIO-
pona. Uro6er moxcuurath Ny, HEOOXOAUMO 3HATDH
MIPOOJIKUTENBHOCTD MOIYIIMKIIA, B KOTOPOM IIPOHC-
xomut pecopbitus Bogopoxa us HTT (ty, ¢). Mabivu
CI0BaMU HYIKHO HCCIE0BATH KUHETHKY IIpoliecca.

OleHKa KHHETHYECKUX [TApaMeTpoB Jake B CIIy-
Yae OTAENIbHO B3SITOT0 METAJIOTUIPUIA COMPIKeHa
C ONIpefieIeHHBIMH TPYAHOCTAMH H3-38 CJIOKHOCTHU
yuera MHOTHX (DAKTOPOB, B TOM YHCJIE CTPYKTYPBI
CIIJIaBa, 3aBUCAIIEH OT TEXHOJOTUH €T0 MOJIyIeHUT,
crrocoba IMOATOTOBKHM 00pAsIloOB M METOAUKHU SKCIIe-
pumenToB. s oguux u tex e UMC (Brmouas u
Takue xopoino usydennnie, kak LaNis u TiFe) mo-
JIydeHHbIe SMIIUPHUYECKHE JaHHbIe, BbIBEJIeHHBIE 3a-
KOHOMEPHOCTH ¥ TOCTPOEHHBIE MOMENH 3HAYNUTENh-
HO oTin4yaioTca Apyr ot apyra [14, 15]. IIpu cos-
mecrHoit pabore BTT' u HTT', Haxoxsmuxcsa B 3aMK-
HyTOM 0ObeMe SHeprompeodpasyoInero yCTpomucTsa,
OIHOBPEMEHHO IIPOHCXOAAT AecopOIus rasa U3 Of-
HOTO MaTepuaja | COpPOIIUs ero APyruMm.

Ilens paborer — cosmanue a1a60paTOPHOM ycTa-
HOBKM M METOIWKH WCCIEIOBAHUSI KHHETHKH COpPO-
IIMOHHBIX IMPOIECCOB B METAJIOTUAPUIHBIX Hapax,
ompejielieHHe MPOIOJIKATEIBHOCTH AeCOPOIIMU BO-
I0opoia M3 HHU3KOTEMIIEPaTypPHOTO THAPHAA C Of-
HOBPEMEHHBIM TIOIJVIOI[EHHEM €r0 BBICOKOTEMIIE-
paTypHBIM COPOEHTOM IIpH O0ecIleueHUN BHEIIHEH
TEIJIonepeadyu ¢ MOMOIIBI0 UPKYIHPYIOIINX Tell-
JIOHOCHUTeNeH.

JlaboparopHyo ycraHoBry (pmc.1l), KOTOpyIiO
MOKHO paccMmatpuBarh Kak momenb MI'TH, paspa-
6otanu Ha ocHOBe ammapatypsl Tuna Cuseptca [16]
¥ BBIMIOJIHUJIN U3 METAJLIMYECKUX Jeraned (Iiad pa-
0OTBI IIPU JABJIEHUIX BOJOPO/A, IIPEBBIIIAOIINX aT-
mocceproe). OHa BEKIIOYaeT aBe peTopThl 1 u 2,
CBSI3aHHBIE MEXKIY COOOM KECTKOM COeTUHUTEIbHOM
BOZOPOIHOM MArucTPaibio 4 v cHAGKEHHbIE HAKU]I-
HbIMHU rarikamu 3. Bogopoguas marucrpans 4 o60py-
IOBAHA MAHOMETPOM &, IpPeJHA3HAYEHHBIM [JIS H3-
MepeHHusA PasHOCTH NAaBJIEHUWH B cocylax. PeTopTsr,
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Puc. 1. JlaGoparopHas yCTaHOBKA C [BYMs PeETOPTAMH,
npefHasHAYEHHAS I OIPEIENeHUd IIPOLOLKUTEILHOCTH
nepenavyu Bojopona B ruapuanbix mapax MI'TH: 1, 2 — pe-
TOPTHI; 3 — ralku HaKUAHbIE; 4 — MarucTpanab COeIHUHU-
TeabHAg BOJOPOJHAA; &5 — MaHOMETpP O6pPa3LOBBIH
MII160:0H-0,25; 6, 7 — crakaubl dapdopoBbie 1a6opaTop-
Hele; 8 — Boga; 9, 10 — TepMoMeTpHI 1a60pATOPHEIE PTYT-
ubie TJI-6 Ne 2 u TJI-2 Ne 2; 11, 12 — HHUBKO- ¥ BLICOKOTEMIIE-
paTypHbIH rugpunsl; 13 — BeHTUIB; 14 — MeIlaaKa MarHuT-
Has jaboparopuas MM-02 ¢ miaBHO peryiupyeMoi CKO-
pocrbio Bpamenus sxopsa (ot 0 o 800 o6/mun); 15 — sKOPH
MAarHuTHON Mewwankw; 16 — TPyOKH ITOIHUXIOPBUHUIOBBIE
IUI TUPKYJIANUY BOAbI; 17 — rubKas Terrons3oanusi «Aspo-
(biexc» Ha OCHOBEe BCIIEHEHHOTO CHHTETHYIECKOTO KAyIyKa;
18 — dunpTpsI

TIOMEII[eHHbIE B OMHAKOBbIE CTAKAHbI 6 U 7 U3 XU-
MHYECKH CTOMKOro cpapdgopa, 3aImoiHsIu BOmou 8,
TeMIeparypy KOTOPOH H3Mepsid J1abopaTOpPHBIMU
pryTHBIME TepMoMeTpamu 9 u 10.

Meramtoruapunsas napa Braouana gsa UMC,
MOJIyYeHHbBIE CIIJIABJI€HNEeM KOMIIOHEHTOB B yTOBOM
TIeYU C HEPACXOAYEMBIM 3JIEKTPOIOM Ha BOTOOXJIANK-
JaeMOM MeIHOM IIOAJOHEe B arMociepe aproua.
Cocras UMC, koTopble HCIOJB30BAIH B KAYeCTBE
copOeHTOB BOIOPOA, IIpUBeaeH B Ta0I. 1.

HNMC npobuiu, moNydeHHYI0 B pesyiabTaTe H3-
MenbueHUA KPynkKy (Maccoit mo 80 r Kaxmoro cra-
Ba) 3achIllajiy B peTopThl. Bomopoxa momaBamu B cuc-
Temy uepe3 BeHTHIb 13. Ilocie akTuBanuu u cemu
MIpeaBapUTEIbHBIX [TUKI0B ITUAPHPOBAHNA — JETH]I-
pupoBaHus, BO BpeMA KOTOPBIX U3MEPEHUd He IIPo-
BOIHWJIN, BEHTU/Ib IIepeKpbiBanu. B manbHeiem oxH
OCTaBaJICT 3aKPBITHIM.

Bony B crakanax mepemennuBaiu, AJIs 9€ro HMC-
MIOJIb30BAJIM MArHUTHYIO MeIanaky 14 u TepMocTar.
Memanka mpuBoauIa BO BpallleHHe AKOpPb 15, CBO-
00IHO pacIioIoKeHHbId Ha auHe crakana 6 ¢ HTT.
C momorpio TEpMOCTaTa, COEIUHEHHOTO CO CTaKa-
HOM 7 IIOCPEICTBOM IIOJHMXJIOPBHHHUJIOBBIX TPYOOK
16, obecmeynBaM LUPKYJIAIHUI0O BOABI BOKPYT pe-
topthl, comep:kamedt BTT. Ilna yrennenusa craka-
HOB HCIIOJb30BAIH THOKYI0 TeILIOU30aAIui 17.
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=
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Puc. 2. Vsmenenve naBneHus BOZOPOia B COEUHUTEIBHOU
MaruCTPaId MeKIY PETOPTAMU C Te4eHUEM BpeMEeHH

YTo6b!I MCKIIOUUTH BHIHOC ITOPOIIKO0OPA3HBIX TH[-
PHUIOB IIOTOKOM JIecOpOMpPyeMOro THAPHUIAAMH BO-
mopoga c¢ mocienyionuM nepemernuBanrem HTIT' u
BTT', BHyTpu BBIXOAHBIX HATPYOKOB YCTAHOBHIN
¢uabTpsI 18 U3 BOTOKHUCTOTO MaTepuana.

3a ucxoxnoe cocrogune moxenu MI'TH npunu-
manu paBHoBecue Me:xay HTT u BTI' (mokasanwus
MaHoMeTpa 5 He MeHAduch). IlomorpeB peropth 2
ocylecTBiassan ¢ nomoinbio ropsuei (95 °C) Bopsl,
1oflaBaeMoOi B cTakaH u3 TepMmocrara. llpu sTom
TeMIepaTypy BOJABI B CTAKaHe ¢ PeTopToit 1 mojep-
skuBasy Ha ypoBHe 24 °C. Takum 006pazsoM MHUIIHH-
poBanu mecopbmuo Bomopona u3 BTT' u mepemauy
rasa B HTT (mepBsbIii momLyug).

O6paruas mepemada Bogopoga (BTOPOH ITOJIY-
[MKJI) BKJIIOYana gecopomuio rasa us HTT, mepexox
€r0 II0 COeIWHUTENbHOH MarucTpanu (puibrp —
TpyOKa — puibTp) U3 peropThl I B peropTy 2 u IIo-
IVIOIIEHHEe BBICOKOTEMIIEpATypPHBIM copbenToMm. Pe-
TOPTY 2 IPH HTOM OXJIAKIAIH BOLOH (TeMmeparypa
25 °C) u perucTpupoBaIN ITOKA3aHHUS MaHOMeTpa 5
u tepmomerpa 9 B Teuernue 800 ¢ (IPOXOKUATENH-
HOCTH TIPOI[ECCOB OIPENeNaId IO CEeKyHIOMEpPY
COITmp-2a-2 — 010).

Iomuerit pabounit nuka MI'TH nosropsau. Ilo
pesyabrataM 12 5KCIIepHMEHTOB ONIPEeessaain Cpef-
HYe 3HAYEHWs PA3HOCTH JABJIEHUH BOIOPOIA MEKIY
peropramu (AP) u TeMmepaTyphl BOJbI B cTakame I
(¢) myis (PUKCHPOBAHHBIX ITPOMEKYTKOB BpeMeHH (T).
Ha ocHoBe momy4eHHBIX TAHHBIX OLIEHHBAIH IIPO-
IOJBKATEIBHOCTD gecopbrmu Bogopoaa us HTT (t,).
AHaIOTUIHO OTIPENeNsaian Ty IJA JeCOPOIHH BOA0PO-
ma us BTT'.

IIpomece mecopbruy msydanu, uccienyd AUHA-
MUKY PAsHOCTH [ABJIEHHH BOAOPOAA B PETOPTAX
(aroT mapamerp Haumboiee UyBCTBUTEIEH K H3MeHe-

Ta6auma 1. Cocras uccnexyembrx TMC

CopbenT Cocras Moxnspras
Macca, r/MoJb

Huskoremnepatypubiit  Mm;_La Ni,Co 433,9

BsricoxoTemneparypHbIi LaNi;_Al, 430,2
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Puc. 3. Usmenenwve remmepaTypbl BOAbI B CTAKaHE C PETOP-
TOH 1 ¢ TeueHHEeM BpeMeHH Iipu fecopbiiuu Bopopoxaa us HTT
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Puc. 4. Usvenenve sHTAIbIuM B pacyeTre Ha ETUHUILY
maccel HTT' npu mecopbiimu u3 Hero BOZOpOAa B KOJIHYE-
CTBe, COOTBETCTBYyIOIleM: I — TIIOJHOH BOJOPOJ0EMKOCTH
Mm,_La Ni,Co; 2 — nnaro naBmeHuil sKCIEPHAMEHTATHHOM
usorepmel [10, 12]; 3 — pabouemy o6beMy BOAOPOIA, LIHUPKY-
JIMPYIOIIEro B MeTaymoruapuaaoi nape [10]

HHIO BHYTPEHHEIrO COCTOSHHUS METaJLIOTHAPHUIHON
[apsel).

3aBucumocts AP OT BpeMeHH IIpe[CTaBJIeHa Ha
puc. 2. Bugno, uro mepesie 30 ¢ AP pe3ko ymeHbIia-
eTcd, 3aTeM CHuKeHHe 3amenigerca u mocie 200 c
AP mpaKTU4YeCKH He MEHSEeTCS, YTO CBUIETEIbCTBY-
eT 0 3aBepllleHNH Ipoliecca qecopOIuy BoIopoaa 13
HTT' u o mauame BhIpaBHUBAHUA IABICHUSI B MO-
nenbaoM MI'TH (T, cocrasmsmo 390 c).

Bpevennas 3aBucHMOCTb TeMIEPaTyphbl BOABI B
crakane 6 moxasaHna Ha puc. 3. BumHo, yro oxmax-
JleHVe TeIIOHOCUTEJIS 3aa3abIBaeT 10 OTHOIIEHUO
K W3MEHEHHUI0 [aBJIeHHA Boaopoja. Takoe orcra-
BaHWe 3aKOHOMEPHO, IOCKOJIBKY KOHCTPYKTHBHBIE
3JIEMEHTHI PETOPT 00JaMal0T TEPMUYECKUM COIIPO-
TUBJIEHUEM.

Oxonuanue Iporiecca aecopbImy BOHOpPOAA U3
HTT noxreep:kaanu pacueToMm TEIIOBOTO OaiaHca.

Kommuecrso Tenmorel, mogsomgumoe k¥ HTT nma
nozzepkanus fecopbunn ("), pacxoxyercs Ha 0X-
JaxIeHre BOAbL B crakaHe (@ . ), MeTaloruapuia
(@QXr ) u peropthl QP . ):

Q" ~@ ki + Qax T Qhx- (1)

Cnaraemble B mpaBoii 4actu ypaBHemws (1)
OTIpeJIesIsIIA TI0 W3BECTHBIM (hopMysiaM Buaa @; =
= ¢;m;AT;, TIe ¢; — TeImI0eMKOCTh YYACTBYIOIIETo B
TemJa0BOM Oajance Tena, m; — ero macca u AT, —
“3MeHeHWe TeMIeparypbl. PesynbpTarel pacuera
MpuBeIeHbI B Ta0II. 2.

Komnuecrso ternorsl, nogsogumoe ¥ HTIT goa
nojsepxkanus  gecopbumm  (QF), onpenensercs
yAeTbHBIM TeIIoBbIM dddexToM peaknuu (€Q,) H
Maccoi Metaytoruapuaa (m,,;):

QY = Q. @)

Benuuuny @, Haxonumiu uCXo/s U3 SKCIIEPHMEH-
TaJIbHBIX U30TEPM [[aBJIEHUE — COCTAB JJI1 CHCTEMBbI
HMC — Bogopox [10, 12]:

Qp = _AHnec,
rae AH ., — n3MeHeHNe DHTAIBINY IPH AecopOonuu
[15].

Ha puc. 4 npencrasnens! snauenns AH . B pac-
yere Ha emunHuily maccbl HTI' mna pasHbix KoIH-
YecTB BOZOPOA, yYacCTBYIOIIEro B pabore rumpwum-
HoU mapsl B uHTepBase aasiaenud 0,3 — 1,8 MIla u
nuanasone temmeparyp 258 — 368 K.

IloxcraBus B hopmyny (2) Maccy HAXOMAIIETOCS
B ycranoske HTT, momyanm @ 3" = -10,1 x/[s. Cym-
Ma BeJIMYHH B IIPABOH YacTu 0aJaHCOBOTO ypaBHe-
uus (1) cocrasiser —-9,97 kll:x. Bunwo, uro pasuuma
ueBenuka (0,13 xll:x). IlpumuMas Bo BHHUMAaHHe
HUBKHUH KO03((PUITHEHT TeMIepaTyporpoBOLHOCTH
dapdoposoro crakana (6,5 107 m%/c), coumsmepu-
MBI C AaHAJIOTUYHBIM IIAPAMETPOM JJIS TeIJIOU30JIs-
mun (2,35 - 1077 M%/c), Takoe pacXOkAEHHE MOIKHO
O0BJICHUTh HEYYTEHHBIMH 3aTpaTaMd TeILTIOBOM
SHEPIrUM Ha OXJAMKIEHWe CTaKaHa U TepMOMeTpa,
a TakxKe He3HAUUTEIbHBIMU HEU30eKHBIMHU TEILIO-
[IOTEPAMH.

Takum o6pasom, B pe3yabTare IPOBEIeHHBIX HC-
cemoBaHMI paspaboTaHbl METONHUKA M KOHCTPYK-

Ta6auna 2. TenmoBoii 6ananc HEZKOTEMIIEPATYPHOTO MOAYIA YCTAHOBKH

KoMmoseHTbI TemnnoeMKoCTb, M Teuneparypa, K Pasnocrs Temneparyp Konuuectso

) acca, Kr - K
Momys xlx/(xr - K) navanemas (f,,,)  Komeumas (£, (o — tuaw)s TenoThl, KJxK
Merannoruapun 0,45 0,08 292,4 258 -34,4 -1,24
Petopra 0,46 0,249 297 275 -22 -2,5
Boga 4,19 0,16 297 287,7 -9,3 -6,23

% -9,97
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nua 1abopaTopHOM YCTAHOBKU IS H3YUYEHHS KH-
HETHKHM JecOpOIIMU BOIOPOJA TPU OJHOBPEMEHHOMH
paboTe BBHICOKO- U HU3KOTEMIIEPATYPHOTO COPOEHTOB
B MI'TH. 9xcrepuMeHTaNIBLHO OIpeeleHa IpooJi-
JKUTEJIBHOCTH TIPOIecca IecopOIiuy ¥ PpacCUnTaH ero
TemwnoBoit Oamamc. MeTogmka ¥ TONIydYeHHBIE pe-
3yJ1bTaTbl MOTyT 6bITB HCIIOJIB3OBAHEI IIPU MaTeMa-
TUYECKOM MOJEeTUPOBAHUN AUHAMUKU B3auMOIEM-
crBus raza ¢ MMC, o6pasyoimumMu MeTaII0THIPH]I -
HYIO TIapy, a TaKKe IJIA OIPeNeIeHUs OIITUMATBHBIX

KOHCTPYKTHBHBIX IIapaMeTpOB,

06eCHe‘-II/IBaIOILII/IX

apdertusuyo pabory MI'TH.
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N3SMEPEHME IIETEJIb TNCTEPE3SUCA MURPOIIPOBO1OB,
JAPUKCHUPOBAHHBIX B PACTAHYTOM COCTOSHHUMN,
C IIOMOIIII0O BUBPAIITMOHHON MATHUTOMETPHUH
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IIpennosxen criocob H3MepeHHs TUCTEPE3UCHBIX CBOMCTB aMOP(HBIX MEKPOIIPOBOZOB C IIOMO-
IIbI0 BUOPAITMOHHON MArHUTOMETPHH IIPY M3MEHEHHM BHEIHUX IIPHIOKEHHBIX HaIpaKe-
Hui. B kauecTBe mccmenyeMbIx 06pasIioB UCIOMB30BAIN aMOP(HBIE MUKPOIIPOBOA COCTABA
Fe;5B135i1,oCy B cTeknaHHON 0600%Ke, IOIydeHHbIe METOROM ¥ auToBckoro — Teitmopa. O6-
paser (pUKCHPOBATH HA CIIENMAIBLHO H3TOTOBIEHHOH SKCIIEPIMEHTAIBHOM YCTaHOBKE, TI03BO-
JIFIOIIeH PacTATHBATH MUKPOIIPOBO, C IIOMOIITBIO ITOIBECHBIX IPy30B. MHUKPOIIPOBOJ B PaCTs-
HYTOM COCTOSTHWU 3aKPeILTAIN C IOMOINBI0 Kied. IIpuBeneHs! pacueTsl HaNpPAKeHHA B Me-
TaJIIMIECKOH Kuile 06pasIia, co3laBaeMbIX IIPY PACTAKEHIH, U HAIPAKEHNH B 06J1aCTH KOH-
TaKTa MEKPOIIPOBOZA U ked. FICIIonb3ys momydeHHbIe PesyIbTaThl, TPOBEJIH OeHKY a(dek-
THBHOCTH IIPEJJIaTaeMoro cIocoba H3MepeHud. ¥ CTAHOBUIIM, UTO IIPX JAHHOM IIOAIXO/ie HaBe-
JleHHbIe HaIPSKEeHUA B 00pasiie COOTBETCTBYIOT IIPUJIOMKEHHBIM IIPH PACTSKeHUH, Hanboree
OITHMaJleH NUAHAKPUIATHBIA Kiel, IIPOIHOCTHBIE XapaKTEPHCTUKUA KOTOPOTO JOCTATOYHBI
IJ1S yAep:KaHud Halpa:KeHUH 3aJaHHOTO YPOBHS.

KiroueBble cIoBa: MUKPOIPOBOL; PACTIKEHNE; BUOPAIIHOHHAS MArHUTOMETPHSA; KOSPIIH-

THUBHAA CHJIA.

MEASUREMENTS OF HYSTERESIS LOOPS OF THE MICROWIRES FIXED
IN STRETCHED STATE USING THE VIBRATION MAGNETOMETRY

© Oleg 1. Aksenov, Nadezhda N. Orlova, Yuriy P Kabanov, Alexander S. Aronin
Institute of Solid State Physics, RAS, Chernogolovka, Russia; e-mail: oleg_aksenov@issp.ac.ru

Submitted October 12, 2017.

We present a technique of measuring hysteresis loops of the amorphous microwires using a method of
vibrating-sample magnetometry. Control magnetic measurements were carried out on samples of an
amorphous microwire of Fe;;B,5Si;,C2 composition in a glass shell obtained by the Ulitovsky — Taylor
method. The sample was fixed on a specially manufactured experimental setup which enables us to
stretch the microwire by means of suspended loads. Fixation of the microwire in the stretched state
was carried out by the glue. The stresses in the metal core of the microwire formed upon stretching
with suspended loads, as well as the stresses in the contact area of the wire and glue are calculated. The
developed method provides fixing of tensile stresses in wires even when the value of stresses may at-

tains a few GPa.

Keywords: microwire; tension; vibration magnetometry; coercivity.

B mocnennue rombl GONIBIIOE BHUMAHUE yIEISETCS
HCCIIeIOBAHMIO aMOP(HBIX ¥ HAHOKPHUCTAILIHIECKHIX
MUKPOIIPOBOJIOB B CTEKJITHHOM 000JI0UKE, UTO CBA3a-
HO C UX MATHUTHBIMH U BBICOKOYACTOTHBIMYU CBOMCT-
BaMu (eCTeCTBEHHBIM (PEePPOMATHUTHBIM PE30HAH-
coM, OMCTAaOMIBHBIM IIepeMarHuduBaHueM, sddex-
TOM THUTAHTCKOTO MArHHTHOIO HMMIIEJAHCA, MAaJIOH
KOSPIUTHUBHON cuiroi u ap.) [1 — 13].

AmopdHBIE MHEPOIIPOBOAA XAPAKTEPHU3YIOTCS
TeM, 4TO aMmopdHaA CeplleBUHA HAXOAUTCI B II0JE

YIPYTUX HATIPSAKEHUH, 00pa30BaBIIUXCA IPU UX MO~
JyJeHUH W3-32 PA3HOCTH K03((PUIIMEHTOB TepMU-
YECKOTO PACIINPEHHU CTEKIa U CEePALEBUHBI. JTH
HaTIPAKEHUA MOTYT OUPEAeNaTh KaK CHENU(UKY
dasoBbix mpeBparenuit [12 — 15], Tak U CIOKHYIO
KOMIIO3UIIMOHHYI0 MATrHUTHYIO (IOMEHHYI0) CTPYK-
Typy, OT KOTOpPOH 3aBHCAT MHOTHE CBOWCTBA Ma-
TEepUAaJOB.

Cy1iecTBeHHBIN BEIAL B (pOPMHUpPOBAHHE Mar-
HHUTHOHU CTPYKTYPhI BHOCHUT MarHUTOYIIPyTas aHU30-



«3aBoackada maboparopusd. [[marnocruka marepuaiaos». 2018. Tom 84. Ne 5 33

TpOIIHs, OIpeaeaseMas XapakTepoM PACIIPeIe/IeHIUs
BHYTPEHHUX MEXaHUYECKUX HAIPS/KEeHHH U MarHu-
tocrpukimedi. [IpuHaTo cumrTarh, YTO MAarHUTHASA
CTPYKTypa MHKPOIIPOBOIOB COCTOHUT K3 JIOMEHOB
cepIleBUHbl (TAK HA3BIBAEMBIN COr'e), MATHUTHBIN
MOMEHT KOTOPBLIX OPHEHTHPOBAH BIOJb OCH IIPOBO-
4, U IIOBEPXHOCTHBHIX JOMEHOB, OPHEHTAIIASI Mar-
HHUTHOTO MOMEHTA B KOTOPBIX 3aBHUCUT OT 3HAKA Mar-
HAUTOCTPUKINH (<0 — IUPKyIAPHAS OPHEHTAINT;
>0 — paguansHas) [5, 9].

HsBecTHO, 9YTO qHUaMETP MHUKPOIIPOBOIOB MOIKET
MEHSATHCI OT MECATKOB [0 ETWUHUI[ MUKDPOMETPOB.
IlosroMy w3yueHre MAarHUTHBIX CBOMCTB TaKHX
O00BEKTOB MpPH H3MEHEHHM WX HAIPIKEHHOIO CO-

CTOSTHHS — CJIOJKHAS 3amada, Tpebyromas 0coObIX
METOIMYIECKUX PEeIIeHUH.
[enr paborer — paspaboTka cmocoba waMme-

pPeHHus IeTejab IUCTEPEe3nuca MHUKPOIIPOBOIOB C IIO-
MOIIbI0 BUOPAIIMOHHOM MATHUTOMETPHH IIPH HU3Me-
HEHUN BHEIIHUX MPUJIOKEHHBIX HATIPIKEHUH.

HccnemoBanu 06pasiibl aMOP(HOT0 MHUKPOIPO-
Boza cocraBa Fe;;B35i,Cy B cTeknaHHOI 000/104Ke
(mmameTrp MeTaIM4ecKoOr cepaneBuubl d — 17,
obrmuit quamerp D — 22 5 MEM), IO/Iy4eHHbIE METO-
moMm YautoBckoro — Teinopa, ¢ momomisio BuOpa-
nuonuoro MmarumTomerpa (Model 155 Vibrating
Sample Magnetometer).

IIpunnun meiicTBUA BHOPAIMOHHOIO MAaTrHHTO-
MeTpa OCHOBAaH HA WHAYKIITHOHHOM METOJe H3Mepe-
HHMSI MATHUTHBIX MOMEHTOB. IIpm momerenuu uc-
ciemxyeMoro obpasiia B OTHOPOHOE MATHUTHOE TI0JIe
B HEM BO3HHKAET AWIIOJbHBIM MATHUTHBLIA MOMEHT,
TIPOIIOPIIMOHAILHBIA  ITPOM3BEIEHUI0 MATHUTHOU
BOCIIPUMMYMBOCTH 00pasiia Ha HAMPIKEHHOCTb
monig. Ecnu 3acTaBuTh 00paser; CHHYCOUIAIBHO TIe-
peMemarsesd, TO MOKHO C IIOMOII[bI0 COOTBETCTBEHHO
PACIIONIOKEHHBIX HEMOABIMKHBIX H3MEPUTEIbHBIX
KaTYIIEK TOJIYIUTh DIEKTPUIECKUH CUTHAI, YaCTOTa
KOTOPOr0 paBHA 4YacroTe BHOpaLuu, a aMILIATyaa
MPOIOPITHOHAIbHA MArHUTHOMY MoMeHTy. llpum
9TOM OCOOEHHOCTH pasMeIleHHs 06pasiia TAKOBBHI,
YTO HA Jep:;kaTreje MAarHUTOMEeTpa HeoOXOaWMO Ha-
JIAYMe MEXaHU3MOB PACTIKEHMUS.

Ha mep:xarene mpubopa pasMeraim o6pasibl ¢
(uKCcHpOBaHHBIM YPOBHEM HampsaKeHui. [l aToro
MPOBOJI HA CIIEIMAIBLHO IMOATOTOBIEHHOM SKCIEPH-
MEHTaJIIFHOM yCTpoiicTBe (puc. 1) pacTATMBaIH C HO-
MOIIBIO TO/IBECHBIX TPy30B. Iloa mpoBomom pacrmo-
Jlarajid CTEKJOTEKCTOJMTOBYI0 IOIJIOKKY IIMHOM
15 Mmm. Pukcanuio B HANPIIKEHHOM COCTOSHUM HA
ITO/IJIOZKKE OCYIIECTBIISIIIN IIPY IIOMOIIU KJes. 3aTeM
U3MEPSAIH IIeTIH THCTepesuca 00pasioB (CpemHss
IJIMHA WCCaeayeMbIx o6pasmoB — 12 mwm). s
OIIEHKH H3MEHEHHUS BEeJIUYUHBI MPUIOMKEHHBIX Ha-
MPSKEHUH 110 TeTIAM THCTEePe3HCca OIMPeneIsain Ko-
SPIUTUBHYIO CHILY.

Puc. 1. Cxema ycrpoiicTBa IJisi PACTSKEHHS MHUKPOIPOBO-
na: 1 — MHKPOIPOBOX; 2 — BUHTOBbIE 3ayKMMBI I (pUKca-
uy; 3 — DOABHKHAA KapeTKa ¢ HUTbhI0; 4 — II0JBECHOM TPy3;
5 — CTeKJI0TEeKCTONUTOBAA IOJIOKKA

HssectHO, uTO 17151 aMOPHBIX MaTEPHUATIOB KO-
spuuTHBHaA cuia H, cBA3aHa ¢ ypOBHEM BHYTpEH-
HUX HATIPAKEHUH COOTHOIIIEHUEM:

H, ~ Ao/l (1)

rae I, — HaMarHWYEeHHOCTh HACBIIIEHUT; A, — KOH-
CTAHTA MArHUTOCTPHUKIINHA MATEPHUAJIA; O — BEJIHYH-
Ha HanpsikeHu#. BumHo, 4To yBenwdeHne MIPHIIO-
JKEHHBIX HANPIKeHUH TOKHO MPUBOIUTH K POCTY
KODPIIUTHUBHOM CHUIIBI.

KosprurusHuyio cuiy IIpOBOIZOB H3MEPSIIH IIPH
repeMariMYMBaHUU B ITOJIIX mopsaka 50 mMA/M, Tak
KAaK B MATHUTHOM IIOJIE TAKOHM HAIIPSKEHHOCTH IIPO-
HWCXOIHUT MPAKTHYECKH II0JHOE IIepeMarHuYnuBaHue
obpasia. Bmecre ¢ Tem B ucciemyemom guanasone H
CTEKJIOTEKCTOJIUT HE BHOCHUT HCKAKEHUH B METIH
THCTEPEe3UCa.

Ha pwumc. 2 mpencrasieHsl HeTIH THCTEpPE3Uca
MHKPOIIPOBOA B HCXOTHOM COCTOSHHU 0€3 ITOIJIONK-
KH U CTEKJOTEKCTOJMTOBOM IIOMJIOKKHM 0e3 pasme-
[IIEHHOT0 Ha Hel MUKPOnpoBoaa. Bumuo, yTo doH oT
MIOJJIOKKY He MEHSAEeT BHUJ IIeTJIH THCTepe3nuca MHUK-
POIIPOBOA.

Pacuer pacmpenenennsi BHyTPEeHHHX HAIIPSIKe-
HHH B MHUKPOIIPOBOZAX B O0OJOYKE IIOKA3aj, YTO
CpenHss BeJIUYHHA PA3HBIX KOMIIOHEHT T€H30pa Ha-
NpSKEeHUH MOKeT KojebaTbca B mpegenax 250 —
600 MIIa [16]. HaubGomnpiuer cTrabuabHOCTBIO 00a-
JaeT paguajabHAsS KOMIIOHEHTa, COCTABJISIONIAS
Broib Bcero auamerpa B cpexuem 300 MIla. B mo-
BEPXHOCTHOM CJIO€ IIPOBOJA, BKJIIOYAIOIIEM U J0-
MEHHBIH CJIOH, TPeobIafaloT OCeBhIE CIKUMAIOIIHe
Hanpskenus, pocruramomue 1,5 'Tla. Ormerum,
YTO MOAOOHBIE 3HAYEHUS XapaKTepPHbI UMEHHO IS



34 «3aBoackasn Jaboparopus. [[marnocruka marepuanos». 2018. Tom 84. Ne 5

0,54

0.0

MM,

-0,5 +

A0

T T T T T

— — — ]
50 375 25 125 0 125 25 375 S0
Hanps:xennocrs H, MA/M

Puc. 2. Tlerna rucrepesuca CTEKIOTEKCTOIUTOBOM IIOJIOM-
xu (1) u ucxoguoro Mukponposoza (2) (M u M, — HamarHu-
YEHHOCTh U HAMArHM4eHHOCTDb HACBIICHHUS)

MIPUIIOBEPXHOCTHOTO cjod. [Ipm sToM BenwuwHa u
HaIIpaBJIE€HUE OCEBHIX HANPIKEHUN MEHAITCA OT
IIOBEPXHOCTH K IIEHTPaIbHOHN dacTu mposogpa. Cie-
IOBATEIbHO, /I HAOI0eHUI U3MEeHEeHU BHYTPEH-
HAX HAUPDKEHWH B MHKPOIPOBOJAX HEOOXOIHUMO
MIPHUJIOKEHNE TOTIOJTHUTETHbHOM BHEIITHEH HAarpy3KH.

O6paserr pacTaruBajyd C IIOMOIII0 IIOBECHBIX
rpy3oB (cMm. puc. 1). Ilpu sToM yuuTsiBamu, 910 Be-
JWYWHA TIPWIOKEHHBIX HANPAKEHUH OIIPeesIaeTcsa
OTHOIIIEHWEM CHJIbI TSKECTH IOJBECHOTO TIpys3a K
IUIOIIAY CEYeHUA MUKPOIIPOBO/IA M HAarpys3Ka BO3-
IeficTByeT He TOJbKO Ha Marepuaj aMOopgHOMH
SKAJIBI, HO W HA CTEKJISHHYI0 O000JIOUKY, KOTOpbIE
MMEIOT OTJINYHBIE APYT OT JPYyTa MOLYJIH YIIPYTOCTH.

Hamps:xenus B MeTaIIMYECKOH ceplieBUHE
OIIEHUBAJIM C TIOMOIIIBIO CIELYIOIIEro COOTHOIIEHHUS:

AR S— @)
S, +ES./E,

rneE,, E,u S,, S; — MOy u ynpyrocTH 1 IJIOManu

aMOp(HOHN KUIbI U CTEKJIA COOTBETCTBEHHO; 0, —

HaIIp:KeHUs B MeTAIMIeCKOH cepiiieBuHe; P —

BeC IIoaBecHOro rpysa [17].

Ilonmarasi, 4T0 MOAyJHM YHPYTOCTH CTEKIA U
amopguoi wuibl cocrasisior 60 u 150 I'la [16,
18], mHerpymnuo ybemuTbcsa, YTO IJIT M3MEHEHUS Ha-
TIPAKEHHOTO COCTOSHUA MPOBOA HA YPOBHE CyIIle-
CTBYIOIIIMX B HEM BHYTPEHHHUX HAMPSIKEHHH q0CTa-
TOYHO KCIIOJIb30BATH ITOABECHBIE TPy3bl MACCOM OT
€JIMHUIT 10 HECKOJIBbKUX JIECATKOB IPAMMOB.

C momorpio Kies (pasJIHdHOIO COCTAaBa U Pas-
HBIX [POM3BOIUTENEH) oOpaser] (PHKCHPOBAIH HA
CTEKJIOTEKCTOJUTOBOM ITOMJIOKKE IPH PaCTKeHUN
KOHTPOJBHBIM T'Py30M Maccou 8 r (HampaskeHHe —
oxono 200 MIla). Bpemsa sBeimep:xku (B cpemueMm
0k0s10 1 — 1,5 1) B pacTaHyTOM COCTOSTHUHM IIPU 3aChI-
XaHUU KJIed B KAKIOM KOHKPETHOM Cliydae IIPeBbI-
IAJI0 3asIBJIEHHOe IPOU3BOIUTENIEM BPEeMs ITOJTHOTO

21

“a

E]

Puc. 3. Cxema (urcanum mpoBoma Ha TOIJIOKKE C IIO-
MOIIBIO KiIed: I — Karuid Kied; 2 — MHUKPOIPOBOJ; 3 — CTEK-
JIOTEKCTOTUTOBAS MTOIOXKKA

3arTBepAeBaHns KaKk MUHHUMyM B maTh pas. Ilocie
TIOJTHOTO 3aTBEPAEBAHUA Kjed TpPy3 CHUMAIH U
CKasbIesIeM obpe3any HEepPacTIHYTYI0 4acTh IIPOBO-
na (Haxomdallylocs BHE yYacTKa MEKAY KaluiaMu
Kiies). 3aTeM U3MepsUIH MeTIN TUCTepesnca Ha BUO-
panumonnoM maruuroMerpe. I[aa o6pasioB, ukrcu-
POBaHHBIX OJHUM M TEM Ke KJIeeM, IPOU3BOIUIN
MOPAIKA TIATH KOHTPOJBHBIX M3MEPEHHH KODPIIH-
THUBHOM CHJIBI IIOCie pacTskeHus. [IpemenbHoe oT-
KJIOHEHHE ITOBTOPSAEMOCTH PE3yIbTaTOB COCTABHUJIO
1 MA/M, 9TO HMCKIIOYAIO BO3MOXKHOE BIHMSHUE CIYy-
qaiHbIX 3(Q¢EeKTOB, KOTOpPbIe MOTJIIH BO3HUKHYTH
IPU PACTSIKEHUU, 3aTBEPIAEBAHUHU Kiled, CHATUU
rpysa u ob6pesaHuu YacTH IIPOBOA.

Ilonyunnu caemyroiue cpeqHue 3HAYEHUST KOIP-
OUTUBHOHN cunibl H, nams o6pasiios, 3adUKCHPOBaH-
HBIX C TIOMOIIBIO0 PA3IMYHBIX TUIOB Kjes (Harpyska
npu pacrsixenun — 200 MITa), MA/M: cxonHBIH 06-
paser; (6e3 curcanmu kieem) — 22,6; KpeMHHI-
oprammueckas cmona — 23,8; wmeir «CexyHma»
(umanakpuaar) — 29,5; kmeit «Cymep Moment I'e-
JIeBbIi» (manakpuiar) — 36,4. Bumwo, uro mocen-
HUH obecrieyrBaeT HAMUOOIbIllee 3HAYEHHUE KOIPIIH-
TUBHOM CHJIBI W, CJIE0BATENLHO, HAWIyYIllee yiaep-
JKaHWe MPUIOKEeHHbIX Hanpaxenui. Cxema dukca-
[IMU IIPOBO/IA HA MO/IJIOKKE C IIOMOIIBIO KiIed IPHBe-
JleHa Ha puc. 3.

IIpounocrs ma caBur kned «Cymep Moment ['e-
JneBbIil» cocraBisger okono 20 MIla [19]. ITnomans
KOHTAKTa MOKHO OIEHUTH 110 (hopMyIie

SKOHTaKTa = (3/2)an7 (3)

rie R — guamerp mpoBoja co cTekioMm; [ — niavHa
00y1acTH, MTOKPBITOM KAILIEH Kied.

Ecnu npussaTs, uto qauHa ob1acT IpoBOaa, 3a-
KJIEEHHOH Karured Kjes, paBHa 1 MM, TO S, uraxra ©
~50 - 109 m2.

Bennuuny nampsixenuii B 06JacTH KOHTaKTa
MOKHO OIIEHHUTH KaK

tKOHTBKT& = mg/SICOHTaICTa’ (4)

rme m — macca rpysa; & — yCKOpeHre CBOOOHOTO
majeHus.
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Ilonmaras maccy rpysa, paBHOH 8T, IOJIy4YHM,
YTO HAUPSKEHUI B O0MACTH KOHTAKTA Tyourawra ~
~ 1,5 MIla. 910 cyuiecTBeHHO MeHbIIIe BETUYHUHBI
Tabauunoit mpounoctu casura (20 MIla). Uabivu
cnoBamu, kieit «Cynep Moment ['eneBsniii» mo3Bosd-
eT yIep:KuBaTh 3apUKCHPOBAHHLIN 00pasel; B TOM
JKe HaNPSKeHHOM COCTOSTHWH, B KAKOM OH OBLT IPH
pacTa:KeHUY 10 3aKJIeNBaAHU.

Takum o6pasoM, Ha OCHOBE IIPOBENEHHBIX WC-
CIIeJOBAHUH IIPENJIOKEH CII0cO0 M3MepeHUs IIeTelb
rUCTepe3nuca MUKPOIIPOBOJIOB € IOMOIIBI0 BUOpAITH-
OHHOW MATHUTOMETPHUU IPH MU3MEHEHWH UX HaIpsd-
JKEHHOTO COCTOSHWA, 3a()MKCHPOBAHHBIX C IIOMO-
I[bI0 OPTaHUYIECKOTO Kied. Pacuers! mokasanu: nau-
HBIH CII0C00 II03BOJIAET COXPAHATD B IIPOBO/IAX TE JKE
HATPSIKEHUs, YTO ObLIN MPHIOKEHBI IPU UX PaCTH-
JKeHUM [0 3akiaenBanuda. [lpu sToM Benmuunna 3a-
(buKCUPOBAHHBIX HAIPIKEHWH MOMKET JOCTUTATh
eTUHUII TUTaTIacKaeH.
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IIpencraBnens pe3yabraThl UCCIENOBAHUA U(POBBIX M300PAIKEHUN MATEPUATIOB, HCIIOIb-
3yeMbIX B HOPOIIKOBbIX 3D-mpunTrepax. M306paskeHus moamMMepHbIX 00pasiioB IOIyIeHbl B
MIPOXOJAIIEM CBETE C WCIOIb30BAHHEM ONTHYECKOr0 MHKPOCKOIA, CHAGKEHHOTO ITH(POBOM
OKyJIApHOH Kamepoii. MopdomornyecKkuit aHaIN3 BBIOIHSIN C UCIIOIb30BAHUEM IIPOTrPaMMbI
Imaged 1.45s. CraTtucrudeckuii ¥ KOPPEIAIHOHHBIN aHAIN3bI IIEPBUYHOTO M BTOPIIHOTO T10-
POIIIKOB /7IsI TIOCTIOMHOTO JIA36PHOTO CIIEKAHUS HA OCHOBE IOIMAMU/A-12 IPOBOIHUIIN C ITOMO-
ko makeTa Statistica 10. ¥ cranoBunum, 94To araoMepanua KPYIHBIX YacTUI] (BTOPUYHBIN II0-
POIIIOK) IIPUBOAUT K HAPYIIIEHUIO (PPAKIIFIOHHOTO COCTaBa U TEIVIO0OMEHA IIPH JIA3€PHOM CIIe-
KaHuy pu nedatu. VismMeHeHre (paKkrOHHOTO COCTaBa MOMKET MEHATH YCIOBUA TEILI000Me-
Ha B 30HE (POKyca J1asepa U OKa3bIBATh OOJIBIIOE BIMSIHIE HA KAYECTBO IIPOU3BOJMMOM IIPO-
nyxiun. [lonyueHHble [aHHBIe IO IIJIOMIATH [IPOEKIIMK YaCTHII, UX IIepUMeTpa U Auamerpa
Depera NOAUUHAOTCS HOPMAIHLHOMY 3aKOHY paciipeneneHus. B KadecTBe aHAIATHIECKOTO
CHUTHAJIA ¥ XapaAKTEPUCTHKH IIPUTOHOCTH pab0vell CMEeCH HCIIOIb30BaIIH ILIOIIA/b IIPOEKI[UN
3epeH IIOPOIIKA U 3HaueHHe Kputepusa [lupcona 6ombiiie MUHIMAIBFHOTO, COOTBETCTBYIOIIETO
Jierpajaliii CMeCH IIOPOIIIKOB C HEIIPHEMIEMOH BEPOATHOCTHIO IIPOU3BOACTBEHHOTO Opaka.
KoppeaiioHnpIit aHATH3 MOKET IIPUMEHATHCS KaK SKCIIPECcC-MeTO | KOHTPOJLA KaueCcTBa cMe-
CH IIOPOIIIKOB JIJIS [I€YATH.

KaroueBsbie ciaoBa: MopdosoruyecKuii aHaius; noiauamun-12; xpurepumii [Iupcona; skc-
TIpecc-aHaIu3.
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FOR 3D PRINTING BASED ON POLYAMIDE-12
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Morphological parameters of digital images of the materials used in powder 3D-printers are studied.
Digital images of polymer samples were obtained in transmitted light using an optical microscope
equipped with a digital ocular camera. Morphological analysis of images is carried out using the pro-
gram ImageJ 1.45s. Statistical and correlation analysis of primary and secondary powders for
layer-by-layer laser sintering based on polyamide-12 was carried out using Statistica 10 software pack-
age. The fact of agglomeration of coarse particles in a secondary powder is established, which leads to a
change in the fractional composition and is one of the reasons for violation of heat transfer upon laser
sintering during printing. Violation of the fractional composition can greatly change conditions of heat
exchange in the laser focus zone and affect the quality of the finished products. It is shown that data on
the area of the projection of the particles, their perimeter and Feret’s diameter obey the normal distri-
bution law. The area of the projection of the powder grains is proposed to be used as an analytical sig-
nal, whereas the value of Pearson’s criterion greater than the minimum and corresponding to the deg-
radation of the powder mixture with an unacceptable probability of production rejects — as a criterion
of the suitability of the working mixture. Analysis based on the calculation of the correlation coefficient
takes no more than 30 min and can be recommended as a rapid procedure for controlling the quality of
a mixture of powders for printing.

Keywords: morphological analysis; polyamide-12; Pearson’s criterion; rapid analysis.
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Kounenmusa «udgpoBoit (pabpuku», BEIOYAOIIAL
CKBO3HOI 0e30yMasKHBIN UK «IIPOEKTUPOBAHUIE —
MPOTOTHUITUPOBAHIE — IIPOU3BOICTBO», 6asupyercs,
IIOMHMO IIpo4Yero, Ha (abbep-TeXHOJIOTH:H — II0-
CJIOMHOM HapalluBaHUHN MaTepuaia MpU U3TOTOBJIE-
HyuHU usgenud [1].

Opmna u3 Hawmbojee BOCTPeOOBAHHBIX TEXHOJIO-
ruti (3D-meuaTb) — IOCIOHHOE JIa3epHOe CIIeKAHUe
nopoikoobpasuoro wmarepuana (Selective Laser
Sintering — SLS) [2], mosBossoIee ¢ BBHICOKOH
TOYHOCTHIO CO3/[aBaTh U3IENHI OYTH JIF000M crerme-
HHU CJIOKHOCTH U3 IIUPOKOT0 Habopa MaTepuaioB —
OT ILIACTMACC IO METAJLJIOB U CILIABOB.

K marepuanam st 1a3€pHOTO CHIEKAHUA IPETb-
SIBJISIOT MOBBIIIEHHBIE TPEOOBAHUA B ILIAHE TEILIO-
(pu3uIEeCKUX CBOMCTB, OMPENeIdeMbIX XUMUIECKOU
YHUCTOTOH MATEPHUAIIOB U OMHOPOAHOCTHIO Pa3MepOB
TIOPOIIKOBBIX YACTHIL. J[JIsT M3roTOBIEHUA UBEINM C
HEKPUTHYHOM MEXaHWYECKOH IIPOYHOCTHIO, obJia-
JIAIOIIUX ONPeeeHHBIMHI 3JIEeKTPOU30IAIIMOHHBIMU
CBOMCTBaMHU WJIH 3JACTUYHOCTHIO, & TAKIKe Ha CTa-
MUY TPOTOTHIIMPOBAHUSI HKCIIOIB3YIOT MOPOIIKO00-
pasHbIEe MATEePHUAJBI HA OCHOBE II0JINMEPOB.

[ens paboTbl — aHATN3 MATEPHUATOB, HUCIOIb-
3yeMbIX B MOPOINKOBBIX 3D-mpunTepax, mo mopdo-
JIOTHYECKUM TapaMeTpaM Iu(POBBIX U300pasKeHUI
¥ OIleHKa KadecTBa pabodeil CMecH IMOPOIIKA MIJIst
MIPOTHO3a Opaka 0 mevYaTH.

Ilocne 3aBepuienus 1uKaa mnedaTd B pabouets
kamepe SLS-ipuHTEpPOB Beerga octaercd HEKOTOPOe
KOJIMYECTBO HEWCIIOJIb30BAHHOTO IOPOIIKA, paBHOE
pasHoCTH 00HEMOB KaMephl U HAIEYaTaHHOTO HU3Je-
ausg. Hewucronb30BaHHBIA IOPOIIOK HA3BIBAETCA
BTOPUYHBIM U PEIUPKYIUPYETCI B CMECH C HOBBIM
(IepBUYHBIM) B IIOCIEAYIONIUX IUKIAX IIeYaTH
(puc. 1).

HccnemoBanu moporiku st 3D-mpurTepoB Ha
ocHoBe mommamuzpa-12 (IIA-12) mapru PA 2200
(crpykTypHas dopMmyia MpUBeeHa Ha PUc. 2) ABYX
THUIIOB: HE YIACTBOBABIIIKE B IeYaTH (IepBUIHBIE) U
MIPOIIIEAIIIE Yepe3 IPHUHTEP, HO HEe WCIIOJIb30BaH-
HbIe 171 mocTpoerud 3D-momenu (BTopuyuHbIe).

ITA-12 — rerepouienHON TUHEHHBIN anudaTH-
YeCKUH KPUCTAUIMYECKHUH oIuMep 6eIoro 1BeTa co
CTeIIeHbI0 KPUCTAILTUIHOCTH 10 65 % U MOIeKyaap-
Hou Macco#t 20 — 30 ThIC., mOSy4aeMBbIi IOJIUMEPH-
3anueil JaKTaMa aMUHOMOMEKAHOBOM KHCIOTHI B
IIPUCYTCTBUH BOJBI U KUCIBIX KATAIU3aTOPOB [3].

Ilomunamun [1A-12, comep:xammit 1 — 1,5 % Hus-
KOMOJIEKYJIIPHBIX coenquHeHUH [4], o61amaeT BhICO-
KO# aOpaswBHOM CTORKOCTBIO, 1e)OpPMAaIlOHHOM Te-
ILUIOCTOMKOCTBIO U CTA0OMIIBHOCTBIO 3JIEKTPUIECKUX
TIOKa3aTesied B IIUPOKOM TEMIIEPATYPHO-BIAKHOCT-
HOM muanasoHe. Usnenua us [TA-12 u KoMmmmosunuu
Ha ero OCHOBE pab0TOCIOCOOHBI IPH TeMIleparype
or —60 mo 60 °C (kparkoBpemento — mpu 120 °C).
Bogonormomenne, He npessimaoiiee 2,0 %, mo3Bo-

HoBsbilh nopoLwoK MoeTOpHO
(nepeuuHBIR) MCMO/Ib3YEeMbIH
NOpOoLWOoK

(eTOpUUHBINA)

| |

MpuroToBneHue paboueii cmecu
(nepBWYHbIN : BTOpUYHDbIM =1 : 1)

|

Mpouecc npomn3BoAcTBa M3aeInA meTogom SLS

l

FoToBROe usgenue

Puc. 1. Cxema perupKyJIsaiiiuu ChIPbs

n

Puc. 2. CrpykTypa sIeMeHTApHOTO 3BeHA mojauaMuga-12
(monmupomekaHaMuna)

JIIeT COXPAHITh SKCIUIYATAI[MOHHbIE TOKA3ATEHN BO
BIIAXKHON atMocdepe [5].

Texuuueckrne XapaKTEPUCTUKUA HCCIELyEMOTO
marepuana: ImIoTHocTh — 0,85 r/em®; cpemmuit
pasmep dacturi, — 56 MKM; Iuama3oH pasmepa dac-
tur, — 20— 80 MKM; HacbIDHAd TJIOTHOCTH WIPH
20 °C — 0,70 r/cmM3; Temmeparypa ILIABIE€HUS —
182 °C; tBepmocts o lllopy — 88 ex.; nmpemen mpoy-
Hoctu — 45 MIla. Mexanudyeckne u TepMUYECKHE
cBoiictBa peranedi w3 IIA-12: momynp pactsxke-
Hua — 1700 Mlla; pegenbHasd MPOYHOCTH Ha pas-
peiB — 48, Ha msru6 — 58 MIla; TBepmocTh 110
Ilopy — 75 en.; Temneparypa 1iaBienus — 172 —
180 °C; TemmepaTrypa pasmArdeHus 10 Bura
(B/50) — 163, (A/50) — 181 °C.

[IpaxTuka npousBoacTBa usgeauii MmetTogoM SLS
TI0Ka3aja, 4TO CBOMCTBA BTOPUYHOTO TIOPOIIIKA C Ka-
SKABIM [IMKIIOM IIPOXOKIEHUS Yepes KaMepy IpUHTe-
pa AerpagupyoT, BEPOSITHOCTH IPOU3BOICTBEHHOTO
6paka pacrer. OHa W3 MPUYUH YXyMUIEHUS (PU3HU-
KO-MEXaHWYECKUX CBOMCTB ITOMMAMHUAHBIX IMIOPOIII-
KOB — arjioMeparus gactuii [6].

[udposbie wuszobpaxkeHus MOTUMEPHBIX 00-
pasmo (mBe cepum mo 10 mukpodororpaduii mis
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Puc. 4. 3aBucuMOCTb KOIMYECTBA YACTHUIL OT ILJIOMIAAY HX IIPOEKIUH I IepPBUYHOTO () M BTOPUIHOTO (2) IMOPOIIIKOB

MIEPBUYHOT0 ¥ BTOPUYHOTO TOPOIIKOB IIEPBOTO
[MKJIA CMEIINBAHUA) IIOJIyYAIHA B IIPOXOISAIIEM CBe-
T€ C WCIIOIb30BAHUEM OIITHYECKOTO MHKPOCKOIIA
CarlZeissJena ERGAVAL, cuab:xeHHOr0 1H(POBOMH
okyaapuoi kameporr MYscope300M (omruueckoe
yBemnuenue — X 100, cpega — Bo3ayx, opmart uso-
opaskenuit — JPG (16 bit)). IToporrox ma o6pado-
TaHHBIE A9PO030JIbHBIM AHTHCTATHKOM IIPEIMETHEIE
CTEKJIA TIOMEIAJIN PaspeKeHHBIM CI0OeM C MHHH-
MAaIbHBIM KOHTAKTOM YACTHI] APYT C APYTOM.

Ha puc. 3 npuBenen mpuMep UCXOAHOTO U 06pa-
00TAaHHOTO H300PAKEHUH IIEPBUYHOTO IIOPOIIKA
(4epHBIM IIBETOM ITOKa3aHbI Je)eKTHbIE 00BEKTHI).

Mopdosoruuecknii aHaaus — BbIIEICHUE Tpa-
(prueckux 06BEKTOB, OmpemeleHre WX KOOPAWHAT
HA TUIOCKOCTH M300pa/KeHMs U FeOMEeTPHUUYECKUX Xa-
PAKTEPUCTUK — TPOBOAWIN HA IIOCIEIHEM STare

pabotel ¢ wm3obpaskenusmu. PesymbraThl o6paba-
ThIBATU ¢ moMoIlbio mporpammbr Excel. ITomyuen-
Hasg BBIOOPKA MMapaMeTpPOB BEJINYANIA JaHHBIE IJIT
911 gacTurr nepBuaHOoro U 311 yacTHIl BTOPUIHOTO
IIOPOIIIKOB.

Ha prc. 4 mpeacrasiena 3aBUCUMOCTD KOJIHIe-
CTBa YaCTHUIl OT IUVIOUIAAN HX MPOEKIUU (ILIOIIAb
BBIpA}KEHA B IHUKCEJIAX, & COOTBETCTBYIOIIEEe KOJIH-
YeCTBO YACTHUIl — B IPOIEHTAX).

OnTuManbsHBIA pasMep YacTUll EPBUYHOTO II0-
pOIIIKa, 3aABIEHHBIN ITPOUBBOIUTENIEM, COCTABIIAET
25 - 60 mm (1 pix = 0,22 mm), ux gons — 80 %.
Te xe 80 % yacTui] BTOPUYHOTO IIOPOIIKA HUMEIOT
pasmep 50 - 100 MEM (IyHKTHpHBIE JIMHUH HA
puc. 4). Takum ob6pasom, HAOIIOAETCA 3aMETHOE OT-
JAYre B X0[le KPUBBIX PACIPEeIeHUs: Y BTOPHUIHO-
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Puc. 5. Juarpamma paccesinus Areal u Area2 ot npsamoii tuneiHo perpeccuu (I u II — o6mactu arnmoMepanuy u yMeHbIIEHUT

KOJIMYECTBA YaCTHII)

ro TOPOIIKA ITOSBJISETCS 3HAYUTEIbHAA IOJA dac-
THIT ¢ GOJBIIINM, YeM y II€PBUYHOTO, PA3MEPOM.

I Takux MOP(OIOTHIECKHUX IApaMeTpPoB, Kak
mwiomans (Area) m mepumerp (Perim) mpoexrmuu
3epHa mopoinka, guamerp Pepera (Feret), paBusiit
MaKCHUMAaJIbHOMY TrabapUTHOMY pasMepy YacCTHIIbI,
PACCUMTHIBATIN 3HAYeHUs Kpurepus x2 (rabmuna).
Bunno, 94T0 maHHBIE 10 IUIOMIAAM IIPOEKIIUN YaACTHI]
MMOMYUHSAIOTCI HOPMAJIBLHOMY PACIIPEIe/IeHHIO, a 3Ha-
YeHHs epuMeTpa MpoekIuy u guamerpa Pepera —
9KCIIOHEHITUATIbHOMY.

Ilns mopdosoruyecknx mapaMeTpoB IEePBUYHO-
T0 ¥ BTOPHYHOTO TOPOIIKOB IIPOBEIH TaKKe Koppe-
JISIIUOHHBIN AHAIN3 C HMCIOJb30BAHMEM KPHUTEPHI
Ilupcoma r (ypoBeub 3uauumoctu p < 0,05):
Areal/Area2 — 0,104242; Periml/Perim2 —
0,885816; Feretl/Feret2 — 0,797378.

B xauecTBe aHAJIUTHYECKOrO CHTHAJIA BbIOpaIu
ILTOIAAb YACTHI[ C MHHUMAJIbHLIM 3HAYEHHEM KO-
adpdurreHTa KOPPENIAUH, IOCKOILKY CYyIIeCTBYIO-
1as KOPpendiroHHasd CBA3h B DTOM Cydae B HaW-
OOJIBIIIEH CTEIEHH 3aBUCUT OT HeIBHBIX CTOXACTHYe-
CKHUX (hbaKTOPOB.

Ha puc. 5 npeacraBnena guarpaMva pacceaHUs
IUIoazed mpoeKIui mepBudHoro (Areal) u BTO-
puuHoro (Area2) HOPOIIKOB OT IIPAMOM JIMHEHHOH
perpeccuu. OTKJIOHEHHE TOYEK OT IIPSIMON TOBOPHUT
00 aHOMAJWH B PACIpPEIeSeHHH pasMepa YaCTHIIL.
Tagr, obmacrs I (6500 — 9500 pix) orpaskaer yBe-
JUYeHue KOJIWdecTBa OONBINNX 4dacTull (ariomepa-
[IHI0), a IPUOIU3UTEIBHO PaBHAA € II0 ILIOLIAIU
obmacts II (400 - 3500 pix) — mPOMOPITHOHATLHOE
YMEHBIIIEHHE KOJMYECTBa YACTUI] OCHOBHOIO (hpax-
[IOHHOTO COCTABA.

3aduKCcHpOBAHHOE B X0 HMCCIeI0BAHUMN HU3Me-
HeHMe (DPAKIMOHHOTO COCTABA CBUAETEILCTBYET 00

Suauenus kpurepud X2 (I u 2 — mepBUYHBIA ¥ BTOPUYHBIH
TIOPOIITKH)

Mopdomoruueckuit Pacnpenenenue

rnapamerp Hopmamnbaoe OKCIOHEHITUATBHOE
Areal/Area2 2744,64/508,85 563,78/14,28
Perim1/Perim2 207,36/61,04 666,64/315,36
Feretl/Feret2 185,57/54,73 741,53/389,06

arJoMepanuy YacTHUIl, MOKET MEHATh YCIOBUS Tell-
soo0MeHa B 30He (DOKyca jasepa U OKa3bIBaTh 00JIb-
I1I10€ BIWSIHWE Ha KAYeCTBO CIIEKAHWS, T.e. HA Kade-
CTBO IIPOU3BOUMOM MPOAYKIUHU [7].

ComocraBienrie KayecTBa H3AEIUSA W PACCIU-
TAHHOTO KO03(p(pHUIeHTa KOPPENSAUN MEKIY MOp-
(homoruueckuMu mapaMeTpamMu MEPBUYHOTO U BTO-
PUUHOTO HOPOIIKOB (ONTUMAIBHO — ILTOMIAAH IIPO-
eKI[UM YAaCTHI]) IT03BOJISET SMIIMPWYECKH OIpese-
JUTh TPAHWYHOE 3HAYEHWE KOd(HuIreHTa, Huxe
KOTOPOTO BEPOSITHOCTh Opaka HempuemieMa.

Takum 00pasoM, IPOBeIEHHBIE HCCAETOBAHU
[IOKA3aJIH, YTO KO3(D(MHUIIMEHT KOPPEIIIUA MEKIY
BBIOOPKAMH MOP(OIOTUIECKUX IAPAMETPOB MOKET
CIIy:KUTh aHATUTHYECKUM KPUTEPHEM KaduecTBa II0-
PpoiIKoBOI cMecu s 3D-meuaTu, a IpenIoKeHHY IO
METOIHUKY MOJKHO PEKOMEHIOBATH B KAYECTBE DKC-
Mpecc-KOHTPOJII KauecTBa TAKOM CMECH.
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VICIIOJIb3OBAHHUE BUJIEONU3MEPUTEJILHBIX MAIIIH
IJII NCCJIEJOBAHHUSA TPEIVH B MATEPHAJIAX C MAJIOM
OTPAKATEJIbBHOM CIIOCOBHOCTBIO
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Cmamus nocmynuaa 18 okmsabps 2017 .

IIpencraBnens! pe3yabTaThl IPUMEHEHUST BHIEOM3MEPUTEIbHBIX MAIIKH I 00HAPYKEHI
¥ U3MepeHus [e(DeKTOB THUIIA MUKPOTPEIIMH B MaTepuaiax (oiuMepax, KBapleBbix U opra-
HUYECKUX CTEeKJIAX) aBUAIMOHHOTO Ha3HAYEHUs, XapaKTepU3YIOIIUXC HUSKOU OTpaKaTesb-
HOM criocoOHOCTEI0. O0Hapy:KeHne MUKPOTPEIIHMH B TAKUX MATEPUAJIAX 3aTPYIHEHO, HO HeoO-
XOUMO, TaK KaK HaInuue 1e(PeKTOB MOKET HOCILY:KUTh IIPUYNHON aBAPHH BO3LYIIIHOTO Cy/I-
Ha. Y CTaHOBJIEHBI IIOPOroBbIe (KPUTHYECKHe) 3HAYEHHs 1e()eKTOB, KOTOPhIe MOTYT ObITH BbI-
SBJIEHBI C IIOMOIIIBI0 BUICOU3SMEPUTEIbHBIX MAIIITH (Haan/n\/Iep, MHUHHUMAaJIbHbIE TJINHbI O6Ha-
PY’KMBaEMBIX TPEIL[HUH) U WCIOIb30BAHBI B KAYECTBE apaMmerpa i OPAKOBAHUS H3/IEJIH.
ITpu mpoBeieHNY WCCIEIOBAHMI UCIIONB30BAIIM METOIUKY IIPOBOLIMPOBAHUS epeKTOB HA 00-
pasiiax MaTepra;oB METOIOM HHAeHTHpoBaHusA. [[eheKThl aHATU3NPOBAIN TPATAITHOHHBIMHU
(ynBTpasByK M Ip.) ¥ BHOBH IIPEIJIOKEHHBIMU CIIoco0aMu, 3h(PEKTUBHOCTH KOTOPBIX ITOBbI-
[IAJIA TAKUMY TIPHEMaM¥, KaK KOHTPACTUPOBAHME U [IP.

KiroueBsble cioBa: MUKPOTPEIIUHEL; 00HAPY/KEeHNE; H3MEPEHNe.

RESULTS OF USING VIDEO MEASURING MACHINES
IN THE STUDY OF CRACKS IN THE MATERIALS HAVING A LOW REFLECTANCE

© Boris Ya. Mokritskiil, Tatyana I. Usoval,
Tatyana B. Ershova2, Elena B. Mokritskaya3

1 Komsomolsk-na-Amure State University, Komsomolsk-na-Amure, Russia; e-mail: boris@knastu.ru

2 Institute of Materials of Khabarovsk Scientific Centre, Far Eastern Branch of the RAS, Khabarovsk, Russia;
e-mail: ershova@im.febras.net

3 Far Eastern Federal University, Vladivostok, Russia; e-mail: mokritskayae@mail.ru

Submitted October 18, 2017.

The feasibility of using video measuring machines for detection and measurement of the defects such
as microcracks in the materials (polymers, quartz and organic glasses) of aviation duty is considered.
As the aforementioned materials are characterized by low reflectance detection of the microcracks in
them is problematic but rather important task because the microcracks present can cause an accident
or wandering defect. Threshold (critical) values of the defects which can be revealed by means of such
machines of two different models are determined, e.g., the minimal length of the detectable cracks,
which can be used as a parameter of the product rejection. Because of the prohibition of carrying out
the studies on the real objects we used a technique of provoking defects by indentation. The results of
using classical methods (ultrasound, etc.) and data on the defect detection by the developed procedure
were compared. The informativeness of the developed methods was increased using the developed
techniques, e.g., by contrasting of the microcracks.

Keywords: microcracks; detection; measurement.
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B mocnennee Bpems (0co0EHHO B MAIITHHOCTPOE-
HUM) TPUMEHIIOT MaTepuajbl ¢ HU3KOH OTpaka-
TEJIBHOHW CII0COOHOCTHIO (IIOJIMMEpPHbIE, KBAPIEBLIE
U opranudyeckue creksna u ap.). [Ipu sTom mpobaema
obHapy:KeHUd U uaMepeHud qed)eKTOB THUIIA MUKPO-
TPEIIuH B TaKHUX MaTepHUajaax CTOUT OYEeHb OCTPO.
TpagurrornHoe o060pyAoOBaHWE W TEXHOJOTHH, WC-
MOJIb3yeMble B HAYYHBIX MCCIEOBAHUIX U HA IIPO-
M3BOMICTBE (MHUKPOCKOMBI, paboTaroline 1Mo IpUHITH-
Iy OTPasKEHUS WJIH IPOILyCKAHHUSI CBETOBOI0 IIOTOKA,
U JIp.), He TapaHTUPYIOT YIOBJIETBOPHUTEIBHOTO pe-
gynbraTa [1].

Ilens paborer — uccinenoBanue nedeKToB (MHUK-
POTpEINH) B MaTepHUaIax, UMEIOIINX HU3KYIO 0Tpa-
JKATEJIBbHYI0 CIIOCOOHOCTb, C IIOMOIIBI0 BHIEOHU3ME-
PUTETHHBIX MAIIHH.

Hccrenoranu 00pasiibl U3 TAKUX MaTEPHUAIOB C
HHM3KOM OTpaskaTebHOM CIIOCOOHOCTHIO, KAK CUTALI,
CTEKJIO, OPraHWYeCKOe CTEKJIO, IIOJHXJIOPBHHUIL.
®opmupoBanue 1ed)eKTOB OCYIIECTBIAIN HHIEHTH-
poBanmeMm mo meromam PoxBenna, bpunena u Bu-
Kepca. B kauecTBe MHIEHTOpPA HCIIOIH30BATH CTAH-
JapTHBINA aTMa3HbIH KOHYC (IIpY MUKPOUHIEHTHPO-
BaHWU — AIMAa3HYI MHUPAMHIKY) UIA MeTajlIude-

CKMI INApWK. YPOBEHb HATPY3KH OIPeaeIsin
mukporBepaomerpom IIMT-3 [2, 3].

B ta6n. 1 u Ha puc. 1 moka3aHbI pe3yIbTaThl HH-
NEHTUPOBAHUA 00paslOB MOJUXIOPBHUHIIA (Mapra
IIXB, meton PokBenma, MHAEHTOP — CTAHIAPTHBIH
aJIMasHBIH KOHYC, YToJI IpH BepinuHe 136°) u crexna
(MHIEHTOP — MEeTANIMYECKUH IIapuK).

Bunnao, uro B ciyyae monmMXJIOpBHHUIA (CM.
tabs. 1) Harpyska mernee 588 H e mpuBogut K 06-
Pa30BaHUI0 MHUKPOTPEIINH, KOTOPbIe MOKHO OOHA-
PYsKUTb TIpHu yBenuueHuu X24; mpu Harpyske 6osee
1500 H o6paser paspyiaercsa. Bmecre ¢ Tem xapak-
Tep medeKTa CyIIeCTBEHHBIM 00pa3oM OTINYAETCS
OT Je(PeKTOB, MOJYYEHHBIX HPH HHACHTHPOBAHUU
crekna (cM. puc. 1).

Hlederrsl u3Mepaan ¢ MOMOIIbIO BHAEOHU3MEPH-
TelnbHBIX MaIuH Moxenaer Micro-Vu Sol 161 (CIITA)
(puc. 2) u MarVision MM 320 (I'epmauwns) mmo psamy
mapaMeTpoB: JIHUHE CAMOM MPOTIKeHHOU u Haunbo-
jiee KOPOTKOM TPEeNIUHbI; II0maau (Ipyu BHUJIE CBEp-
Xy) U MaKcUMaJbHOU riaybuHe nedexra u ap. [lpu
W3MEPEeHHUAX IPUMEHSIM METOIUKY IIPOCTAHOBKH
penepHBIX Touek (puc. 3).

Ta6auna 1. Pororpacduu ned)eKTOB IpU Pa3HbIX YCIOBUAX HATPYKEHUA

Harpys- OnTudeckoe yBerndeHne

ka, H X 24 %36 X72
1471

980,6

588,3
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Q  PAUETOR s

1 mm— 6

Puc. 1. Ilpumeps! nedekToB B 06pasnax CTeKIa, IPAMEHIEMOro0 I OCTEKIeHUs KaOuHbI JIeTaTeIbHOro anmnapara () u B aBua-

mpubopax (6)

a

Puc. 2. Buneousmepurenbaaa mammaa mopenu Micro-Vu Sol 161 (a) # 30Ha ee mpeaMeTHOTO cToaa (6)

Ta6auua 2. Pesynprarsl usMepeHus OTPE3KOB IO perep-
HBIM TOYKaMm, MM

BnneonamepnTeanaﬂ MalIuHa

Orpesox
Micro-Vu Sol 161 MarVision MM 320
AB 4,19 4,10
CD 5,75 5,67
EF 3,01 3,07
GH 2,19 2,26

B rTabn. 2 npuBeneHbI AIUHBI OTPE3KOB IO pe-
IEepHBIM TOYKaM (cM. pHC. 2), W3MepeHHbIe C IOo-
MOIIIBIO BHIEOM3MEPUTENBHBIX MAlIUH 06e3 KaKoro-
b0 BO3IEeHCTBU Ha Ie(DEKT.

Bunnao, 9T0 pes3ynabTaThl B IIEJIOM COIIOCTABH-
MbI (pasHHUIIA BO BTOPOM 3HAKe IIOCJIE 3aIATOH, YTO
71T MAIIHHOCTPOUTENBHBIX H3AETUH TOILyCTHMO).
C pocroM ASWHBI TPEIIUHBI PA3IUYNA B pe3yJbTa-
Tax H3MepeHWd Bo3pacTarT. MuHWMAaTHLHBIN pas-
Mep MHKPOTPEIUHBI, 00HAPY:KHUBAEMbIH MAaIlWHOH

—1mm—

Puc. 3. Ilpumep nedexra ¢ pemepHbIME TOYKaMu (IOKa3a-
HBI OyKBaMu)

Micro-Vu Sol 161, cocrasmser 0,01, a MarVision
MM 320 — 0,015 mm.
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ZULL-12-20 1133 1358

——1lmm—— Q

,g?,.

—0

Puc. 4. KourpacrupoBanue nedexra ¢ IpIMEHEHUEM OCBEILIEeHUs YIbTPA(UOIeTOBIM U 6esbiM (MaTOBbIM) cBeTOM (@) U Kpac-

HOU JTIOMHHECIIEHTHOU KUIKOCTH (6)

BosmomxuocTy MamvH 11 00HAPYKEHUS U U3-
Mepenus 1ed)eKTOB MOKHO PACIIUPUTH, 00eCIIeYnE,
HaIpuMep, BO3MOKHOCTh ITI0BOpoTa (IIpoBopoTa) 06-
pasIia mo OTHOIIEHHUIO K CBETOBOMY IIOTOKY. JTO IIO-
BBIIIAET OTPAKATEIBHYIO CIOCOGHOCTh CTEHOK Tpe-
muHbl. Ecmu mono:xenne obpasiia MeHATh (IToBopa-
YHUBATH €70 0 OTHOIIIEHUIO K BEPTHKATHHOMY CBETO-
BOMY IIOTOKY), TO BO3PACTAET BEPOSITHOCTH OTPAKe-
HHSI CBETOBOTO IOTOKA OT IUIOCKOCTH TPEIIMHBI H,
COOTBETCTBEHHO, O0HApPYKeHusd nederra.

Il pyroii cioco6 paciupenus BO3MOKHOCTEH BH-
AeO0U3MEepUTEe/IbHbIX MallluH — IIPUMEHEHNe KOH-
TpacTHPYOIero oceeilenns (Hambonee 3dpPeKTHUB-
HO [JIS IIPO3PAYHBIX MATEPHAIOB) M KOHTPACTHBIX
sKupKocTed mim razoB. Ha puc. 4 mpuBeneHsI mpu-
Mepbl KOHTPACTHPOBAHUA JedeKTa C IIOMOIIBIO
yaAbTpadroIeTOBOro u 6eI0oro ocBelleHus U Kpac-
HOU JIOMUHECIeHTHOU KUTKOCTH.

Takum 06pasoM, HPOBeJEHHbIE HCCIETOBAHUA
MIOKA3aJMH, YTO B OTANYHE OT Manod((eKTUBHBIX
TPaAUIMOHHBIX (YIBTPA3BYKOBBIX) CIIOCOO0B OOHA-
py#enus nedekToB (MHKPOTPEIIWH) B H3IEIUSIX,
BBIIIOJTHEHHBIX HW3 MaTepHuajoB C HU3KOH oTpa-

JKATENBHOU CIIOCOOHOCTBHIO, IIPUMEHEHNE BHEOU3-
MEPHUTENbHBIX MAIIHH (MyJIbTHCEHCOPHBIX CHCTEM)
BO3BMOKHO U 3(ppekTrBHO. Pazmep ompenensieMpix ¢
WX IIOMOIIbI0 MuKporpemwuH cocrasiager 0,01 -
0,015 mm. Ilpu 3TOM BOBMO:KHOCTH MAIIWH MOTYT
OBITH pacIIUpPeHbl, HAIPUMED, CII0CO60M KOHTPACTH-
poBaHus nedexTa.
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OCOBEHHOCTHU PASPYIHIEHUS METU30B U3 CTAJIA 30XI'CA'

© Banentuna Bopucosna I'puropenko, Jlapuca Baragumuposaa Mopo3sosa

Bcepoccnﬁcx‘nﬁ Hay‘lHO-I/ICCJIe,Z[OBaTeJIbCI{I/II;'I HUHCTUTYT aBHAITUOHHBIX MaTepualosB, MOCKBa, POCCI/IH;

e-mail: grigorenkovb@viam.ru

Cmamus nocmynuaa 4 aszycma 2017 2.

HccnenoBanbl pranHbL paspylienus kpenexubix usnenwii us cranu 30XI'CA. Ycranosie-
HO, YTO B CIydae paspylieHus 0OJTOB B MAKETE, COGAMHSIONIEM 3JIEMEHThI IIMAHT0yTa, TI0-
BpeskieHne 0OTOB SABJISETC CAeICTBHEM (PPEeTTHHI-KOPPO3WH BCIIEACTBHE B3aMMHOTO TpPe-
Hus OOJITOB U 3JIEMEHTOB OOIIMBKH, II0sica U JIEHThL. PPeTTHHI-KOPPO3Us PA3BUBAETCH B MEC-
Tax MOBPEKIEHUS KAJMUEBOrO HOKPHITHsS GOITOB B Ipoliecce Tpenus. Bo3HUKHOBEHUIO pas-
pylIeHus B mosice, OOIINBKE U JIEHTEe CII0COOCTBYeT MpupaboTKa MOBEPXHOCTH OTBEPCTHI, HA-
JIu4re Ha Hel KOPPO3HOHHBIX ITOBPEKICHIH (PpeTTHHT-KOPPO3Hs), OT KOTOPHIX PA3BUBAETCH
MeK3epeHHOe paspyllieHne, Haubosbliee B 00IIUBKe u jienTe. [[pranHa paspyiienus — KOH-
CTPYKTHUBHO-TEXHOJIOTHYECKHIE CbaI{TOprI HaJIn4He IIOBBIINIEHHbBIX HaHpH}I{eHHfI B ucciuenye-
MOM TaKeTe, MHKPOIIEPEMEIIeHHNs COMPATAEMbBIX JeTaje, HapylieHne KaJMUeBOro MOKpPhI-
THS, HEJIOCTATOYHAS IPOTHBOKOPPO3UOHHAS 3AIIUTA U BO3/IEHUCTBYE BHEIIHeH cpenbl. Paspy-
mrenue caMokouTpsxcs raek us craau 30XI'CA ¢ aHTHKOPPO3MOHHBIM Ka[MHAEBBIM IIOKPbI-
THEM, UCTIO0Ib30BAHHbBIX IIPH COOPKE BCIIOMOTaTeIHLHOTO ra30TyPOUHHOTO JBUTATEIS, BEI3BAHO
X 3HAYUTEIHHBIM IIEPErpeBOM — BO3[EHCTBHEM DPACIUIABIEHHOTO MOKPBLITHS HA ITOBEPX-
HOCTh HATPY/KEHHBIX TaeK YW IMPOHUKHOBEHUEM JKUIKOTO METAJIA B OCHOBHOM MATEPHAN IO
rpauuriam seped. [IpuMeHeHre KaqMueBOro MOKPBITHSA i PA00THI CTAIbHBIX JAETAIEH TIPH
TeMIIepaType, IpeBbIalei (qaxe KparkoBpeMeHHo) Temueparypy miasnenud Cd (T, =
= 320,9 °C), B yC/I0BHAX KOHTAKTA C HAIPIKEHHBIM METAILJIOM Beaencrsue sdgderra Pebun-
Jiepa MIPUBOIUT K PE3KOi IIoTepe MPOYHOCTH U MIPEsKIeBPeMEeHHOMY paspyIiuenuto geranu. Uc-
CIIEIOBAJIN paspyIleHue OIMHKOBAHHBIX 001T0B 13 cramu 30XI'CA B mporiecce mpoBeneHus
TIOBTOPHO-CTATUYECKUX UCIIBITAHUIA. Y CTAHOBJIEHO, YTO 3apPOKIEHUI0 YCTAIOCTHOTO MHOTO-
04aroBOro PaspyIleHus CIIoCOOCTBOBAIO HECKOIBKO (DAKTOPOB: HATIHYKE IPYObIX PHCOK; IIec-
KOCTpy¥HHaA 06paboTKa, MPOBOAKNMAs TIePel IIMHKOBAHNEM C IPHMEHEHNeM KPYIHBIX (Ppak-
M TIeCKA, BMATHUHBI OT KOTOPBIX CIIOCOOCTBOBAIIM ITIPEKIEBPEMEHHOMY 3aPOKICHUI0 Tpe-
ITUH; Y4aCTKU C HAIUIbIBAMH, IIOJTy4Y€HHBbIMHY ITPU HAHECEHUH ITIOKPBITHA, C HEIVIOTHBIM COequ-
HenueM ciof. Hampuave B ofHOM 13 GOITOB HAPSAY C YCTAIOCTHBIME GOPO3IKAME GOIBIIIOTO
KOJIMYECTBA SIMOK CBHJIETEIILCTBYET O PaboTe Marepuasa IpHu BHICOKOHN Harpyske. Mccmemosa-
HUS TIPOBOJWJIN METOJIOM OIITHYECKON U PACTPOBOM 3JIEKTPOHHON MUKPOCKOIIUY C TIPHMEHE-
HUEM PEHTTeHOCIEKTPAIBHOTO MUKPOAHAIH3A.

KiroueBble CI0Ba: KOHCTPYKITHOHHAA CTAIb; (DPAKTOrpadus; CKAHUPYIOIIAS SJIEKTPOH-
Hasg MHUKPOCKOIIMS; PEHTTEHOCIEKTPAIbHBIM MHUKPOAHAIN3; CTATHYECKOE W YCTAIOCTHOE
paspylIieHue.

FEATURES OF FRACTURE OF METAL ITEMS (HARDWARE) MADE

OF STEEL 30KhGSA

© Valentina B. Grigorenko, Larisa V. Morozova

All-Russian scientific research institute of aviation materials, Moscow, Russia; e-mail: grigorenkovb@viam.ru

Submitted August 4, 2017.

The reasons for destruction of fasteners made of steel S0KhGSA are analyzed. It is shown that in case
of destruction of bolts in the package connecting frame elements, damage of bolts results from fretting
corrosion, attributed to mutual friction between bolts and elements of skin, belt and tape. Fretting cor-

1 Pa6ora BBINIOJIHEHA B paMKax PasBUTUA KPUTHUECKOH TexHomoruu Ne 21 «TexHomoruu mpemynpeskaeHus U INKBUIAIIUN Ypes-
BBIYAWHBIX CUTYAlMi IIPUPOHOTO U TEXHOTEHHOTO Xapakrepa» u3 nepeuyns Kpurwdueckux texuomoruii PP, yreepixmaeHHOrO
ykasom [Ipesunenra PP or 07.06.2011 r. Ne 899.
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rosion develops in the sites where cadmium coating of bolts is damaged upon friction. The occurrence
of fracture in the belt, skin and tape is promoted by break-in scuffing of the openings and corrosion
damages (fretting corrosion) triggering the intergranular fracture, most severe in the skin and tape.
The reason for damage arises from structural and technological factors: increased stresses present in
the package, micro-displacements of the mating parts, violation of the cadmium coating, insufficient
corrosion protection and environmental impact. Destruction of self-locking nuts made of 30KhGSA
steel with anti-corrosion cadmium coating used in the assembly of the auxiliary gas turbine engine is
attributed to their significant overheating, i.e., the impact of molten coating on the surface of loaded
nuts and the penetration of the liquid metal into the base material along the grain boundaries. The use
of cadmium coatings in operation of steel parts at a temperature exceeding (even briefly) the melting
temperature of Cd (T, = 320.9°C), under conditions of contact with stressed metal due to the
Rebinder effect, leads to a sharp loss of strength and premature failure of the part. Study of the de-
struction of galvanized bolts made of 30KhGGSA steel during the repeated-static testing revealed that
several factors contribute to the onset of fatigue multiple site damage: presence of the rough risks;
sandblasting, performed before galvanizing using large sand fractions, which contribute to the prema-
ture origin of cracks; areas with deposits formed upon coating with a loose adhesion of the layer. The
presence of a large number of pits along with the fatigue grooves indicates to high load of the bolt mate-
rial upon operation. The study was carried out using optical and scanning electron microscopy and
X-ray microanalysis.

Keywords: structural steel; fractography; scanning electronic microscopy; X-ray spectroscopic

microanalysis; static and fatigue fracture.

Merannndeckre KpemeKHble wu3menus (MeTHU3BI)
BXOJAT B COCTAB MPAKTUIECKU BCEX CIOKHBIX MeXa-
HHU3MOB HJIH KOHCTpyKImi#. HamexHOoCTh Kpemex-
HBIX COEIWHEHWH TPU HKCILUIYATAIIMU 3aBHUCUT OT
KadyecTBa KaK MaTepHAaJIOB, U3 KOTOPBIX HM3TOTOBIIE-
HBI METU3bI, TAK U UX YCTAHOBKHU, COOTBETCTBHUSA BhI-
OpaHHOTO THIIA Kpelexa JeHCTBYIOIINM HAarpy3KaM.
AHanus3 TPUYHH TPEKIEBPEMEHHOTO BBIXO[A U3
CTpPOA Kpelleska IIOKA3bIBAeT, YTO YacTh paspylile-
HUH BBI3BAHA YCTAJIOCTHBIMHU ITOBPEKAEHUIMU,
OJHAKO HAOGIIOMAIOTCA U CIIydyau paspylleHus B pe-
3yJIbTaTe CTATUIECKOTO PA3PYIIEHUI WU PA3BUTHUI
¢perTunr-Kopposun  [1 - 2]. OKcmIyaTanwoHHBIE
paspyleHus, Kaszaaoch Obl, IPOCTOH AEeTaJH,
MIPUMEHAEMOH B aBHAIIMOHHOU TeXHUKE, MOTYT IIPH-
BOAUTH K MAacCIITA0HBIM pas3pyIIeHWsIM WIN Kara-
crpodam.

Paspa6orannasa U. U. Cunopunsvm u I'. B. Axu-
MOBBIM, TPyAuBIIUMUCA Bo BeecorosHoM Hay4dHO-HC-
CIeI0BaTeIbCKOM HHCTUTYTE ABHAIIMOHHBIX Mare-
pHaIoB, BBICOKOIIPOYHASA KOHCTPYKIIMOHHAA CTajb
30XT'CA, monmyuuBIas Ha3BaHUE «XPOMAHCHIL», 0
HACTOAINET0 BPEMEHH HAXOAUT IINPOKOe IIpHMEeHe-
HHe KaK B aBUAIMOHHOM IIPOMBIIIIEHHOCTH, TaK U
BO MHOKecTBe Apyrux orpacieii [3 — 5]. Cranb obia-
laeT BBICOKOM IIPOYHOCTHIO, TOCTATOYHOM BSA3KO-
CTBIO, XOpoIe# cBapuBaemMocthbio [6]. Ee mpumens-
0T VI OTBETCTBEHHBIX CBAPHBIX KOHCTPYKITUH, Pas-
JWYHBIX YIy4IIaeMbIX feTaleidl — BaJoB, Ocek, 3y0-
YaThIX Kojec, (oIaHIeB, KOPILyCOB OOIIMBKH, JIOIA-
TOK KOMIIPECCOPHBIX MAIIIH U KPEIeKHbBIX JIeTaleH,
paboramiux TpPH 3HAKOIEPEMEHHBIX HarpysKax
[7-9].

IIpoBenentbie paHee WHCCIENOBAHUS SKCILIya-
TAIIMOHHBIX Pa3pylLIeHNN U3[e/Iuy U3 JaHHOU CTalu
MIOKa3bIBAIOT, YTO WX IMPHUYMHON MOTYT OBITH Kak

mederThl caMoro marepmaja (MeTaIyprudecKue
WX BbI3BAHHBIE HAPYIIEHUAMU PEHKUMOB TE€PMUYE-
CKOH 00paboTKM), TaK ¥ HAPYIIEHWS TEXHOJIOTHU
COOPKM ¥ YCIOBHH SKCIUIyATAIlMM KOHCTPYKIIMH ©
MEXaHHU3MOB.

Ienp manmoit paboThl — KOMILIEKCHOE HCCIIEe0-
BaHme Hambojee YACTO BCTPEYAIOIIUXCH IIPUYUH
9KCIIyaTAllMOHHBIX Pa3pyIIeHUH METHU30B U3 JIETH-
poBauHo# yiayumraemoit cranu 30XI'CA [10 - 16].

Xummueckuit cocraB cramu 30XI'CA (I'OCT
4543-71) cnenyromuii, % macc.: 0,28 — 0,34 C; 0,8 -
0,11 Mn; 0,8-0,11 Cr; 0,9-1,2 Si; <0,3 Ni;
<0,25 S; <0,025 P

B ropstuem cocrosHuM cTamh X0poIo medopMu-
pyercs, a B OTOIKEHHOM — 06JIa1a€T Y0BIETBOPHU-
TeNbHOHU mTamiyeMoctbio. OKOHYATETBHOH TepMU-
geckoil obpaborkoit cramu 30XI'CA asusercd yayd-
meHne — 3akanka c¢ temmeparypsl 880 — 890 °C B
MacI0 ¥ BBICOKHH OTIIYCK HA 3aJaHHYI0 MPOYHOCTH,
CTalb MPH 3TOM IpuobpeTaeT CTPYKTYpPy copbura
ormycka. UHOra CTajsh MOABEpraioT W30TepMude-
CKOM 3aKajike Ha HUKHHUU OEHHUT B paciuiaBax Co-
JIefI, YTO IIO3BOJIAET YBE/IUMYUTHL IMIPOYHOCTH U CHHU-
3UTH YYBCTBUTEJIBbHOCTDb K HaaApe3aM.

Merannorpaduueckne u QparxrorpaduuecKue
WCCIeN0BAHUSA Pa3pyUIUBIINXCA U3IE€TUN BBITIONIHI-
I METOJAaMU OITHYECKOM W PACTPOBOM 3JIEKTPOH-
HOlt MuKpockonuu (POM) Ha omTuueckoM MHUKPO-
ckorre Leica DMIRM wu pacTpoBOM 5I€KTPOHHOM
mugpockone JSM-6490LV, ocuamenHoM cHcTe-
MO SHEPrOUCIIEPCHOHHOTO PEHTTEeHOCIEKTPAIbHO-
ro mukpoananmusza (PCMA). MukpoTBepmocTh orpe-
mensuty Ha MukporBepaomepe DuraScan 80.
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IIpuauebl, CTEMYIHpPYIONINE paspylieHne
B IIaKeTe, COeIUHAIONIEM 3JI€MEHThI
IINAHTOyTa BO3AYLIHOTO CyIHA

Bo Bpems mi1aHOBBIX PEMOHTOB Ha pse MAIITHH
ObLTM BBIABJIEHBI TPEIUHBI B II0sice, OOIIHUBKE W
JIeHTe, a TaKKe 3HAYUTEJIbHbIE IIOBPEKICHUS IIO-
BEPXHOCTH GOJITOB B IAKETE, COSIUHSIONIEM dJIeMEeH-
THI IIHAHroyTa. s ycTaHOBIeHUS IPUIUH, CTUMY-
JUPYIOIIUX BO3HUKHOBEHHE YKA3aHHBIX Oe(eKTOB,
HCCIeioBaIu (PParMeHThI, COCTABIISIONINE AKET:

1) uspenue (Ne 1) mocae 2000 mosreroB — 1 6oar
u3 craiau 30XT'CA;

2) uznenne (Ne2) mocme 3100 momeroB —
18 6onTOB M3 3TOM K€ CTAalIH C JIEBOTO H IIPABOTO
60pTOE;

3) uspenue (Ne 3) mocie 6100 moseToB — 6GOJIT
u3 cranmu 30XI'CA or siaeMenTa mosica ¢ IIpaBOro
6opra — 1 mIT.; IOSC M3 IPECCOBAHHOIO ITPOQHILT
crasa J[164T ¢ nmesoro 6opra — 1 miT.; obIIIMBKA
u3 aucra ciasa 1163ATB c seBoro u mpasoro 6op-
TOB — 2 IIIT.; JieHTa u3 jucra ciiasa 1163ATB c se-
BOTO ¥ IIPaBOTO 6OPTOB — 2 IIIT.

IIpu npoBenenuu ananvsa U3JI0MOB MOACA yCTa-
HOBJIEHO, YTO paspyllleHre B oTBepcruu (puc. 1,
CTpesKu 1) MHOTOOYaroBoe, HOCUT YCTAJIOCTHBIH Xa-
pakrep. Ouaru paspylieHus pPacloioKeHbI KaK I0
KpoMKe (puc. 1, cTpenku 2, 3), Tak ¥ MO IOBEPXHO-
CTH OTBEPCTHH, OJIMKe K HApYy:KHOM CTOpPOHE II05ca.
Ha moBepxHOCTH OTBEpPCTHH OTMEYEHBI PUTEPTO-
CTH U CJIeIbl KOPPO3UOHHBIX HMopaskeHuii. Paspyre-
HHE B OTBEPCTHUAX HAYMHAETCA MPEUMYIIECTBEHHO
10 KPOMEKAM, B ouarax Hab/Iomaerci Me:K3epeHHOe
paspylieHre, OT KOTOPOTO Pa3BUBAETCS YCTaJOCT-
Haf TpeluHa (puc. 2, a, cTpenka).

Y cTaHOBIEHO, YTO pa3pyIllIeHHE B MOACE CBA3AHO
C KOPPO3WOHHBIMU IIOBPEKICHUSIMH IIOBEPXHOCTH,
obpa3oBaHMEM MEK3E€PEHHOTO H3JI0Ma B 04arax, OT
KOTOPBIX TPEIIWHA PAa3BHBAETCS II0 YCTAJIOCTHOMY
MEeXaHHU3MY.

Puc. 1. Bug usnoma pparmenTa paspyiieHHOro mosca: a —
00mwmii Bu; 6 — paspylieHre OT OTBEPCTHS II0 CTPeKe 2

AHau3upoBaIM TaK:Ke U3JIOMbI OOIIUBKH C JIe-
Boro u mpasoro 6opros. [loBpexaenus Bo pparmeH-
Tax AaHAJOTWYHBI, HAOIIOJAIOTCI 3HAYUTEIbHBIH
pacTpaB Kak MOBEPXHOCTH, TAK U M3JIOMa, KOPPO3H-
onuble A3Bbl. Ouaru paspyineHus oOHAPYKEHBI HA
CTEHKE OTBEPCTUA B MECTAaX KOPPO3UOHHBIX ITOBPEK-
TeHHH.

B ouaroBsix 30Hax ¢ 06€MX CTOPOH OT OTBEPCTHS
OTMEUYEHbl YYACTKH MEK3EPEeHHOI0 paspyIleHUs
rimy6ounoi 0,04 — 0,14 MM, OT KOTOPBIX Pa3BUBAETCS
yCTAJIOCTHAS TpelluHa. B HAYanmbHON 30HE ycrajo-
CTHOH TpEI[UHBI pa3pyllieHue CMeIIaHHOe — IIO0
rpaHuiaM u Tenay 3epeH. lloBepxHOoCTh wm3IOMa
OKHCJIEHA, TPUCYTCTBYIOT MPOAYKTHI KOppo3uu. Yer-
KH€ YCTAJIIOCTHBIE OOpPO3IKH BBIABIEHBI JHUIIL HA
PpaccTOAHUU OKOJIO 6 MM OT o4ara.

IIpu uccnemoBauuu pparMeHTOB JIEHTHI ¢ 000X
OGOPTOB YyCTAHOBJIEHO, YTO OUYArd PaspyllieHus CBI3a-
HbI C KOPPO3UOHHBIMH ITOBpeskmeHusmu. llosepx-
HOCTH H3JIOMOB B Odarax B OCHOBHOM 3abuTa, HO
MMEIOTCS OT[eJbHbIE YIACTKH C MEK3€PEeHHBIM pas-
pyuieanem rayowso# mo 0,09 mm (puc. 3). B 3ome
PasBUTHUS TPEIIWHbI paspylleHHne IIPenMYIleCTBeH-
HO MeK3epeHHOe, HA MOBEPXHOCTH M3JI0Ma IIPUCYT-
CTBYIOT MPOAYKTHI KOPPO3HUH.

Puc. 2. MexsepeHHoe paspylileHre B ouare u3jioMa paspyieHHoro mosca, X 1500 (a) u ycramocrubie 60posaku, X 1500 (6)
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Puc. 3. Crpoerne usmoMa JeHTHI ¢ IPaBOro 60pTa: oyarosas 30Ha (a, 6) ¥ MeJIKHe yCTaIOCTHbIe G0PO3AKH (8), AMOYHBIH pesrbed

B gosioMe (2)

Takum o6pasom, mocsie aHaau3a XxapakTepa pas-
PYIIeHWH Tosica, OGIIMBKYA WM JIGHTHI MOKHO OTMe-
TUTH CIEeAyIolee:

1) Bo Bcex ciyuyasx paspyllieHue pasBHBaeTCS
OT OTBEPCTHUH TI0f O0JITHI;

2) Ha TIOBEPXHOCTH OTBEPCTHH HAOIIOJAIOTC
MPUTEPTOCTh, KOPPO3UOHHBIE S3BbI, OKCUILI JKenesa
u amomunus (1o pesyiabraram PCMA);

3) Hamboiiee IOBPEKIEHBI (PpArMEeHTHI U3 00-
IIUBKA W JIEHTHI; B HCCIEIOBAHHBIX (pparMeHTax
ITOSICA OYard C MEK3ePEeHHBIM M3JI0MOM HUMEIOT Hau-
MEHBIIIYIO TIIyOHUHY;

4) Ha TIOBEPXHOCTH H3JIOMOB B 00JaCTH yCTaJO-
CTHOTO Pa3BUTHA TPELIUHBI HAOIIONAIOTCA CHIBHOE
OKHCJICHHE ¥ IIPOAYKTHI KOPPO3UH, YTO MOKET CBH-
IeTeJIbCTBOBATh O KOPPO3HMOHHO-YCTAIOCTHOM pas-
pyILIeHUH.

IIpoBenes KOMILIEKCHBIN aHAIN3 COCTOSHUS I10-
BEPXHOCTH M W3JIOMOB BCEX IIPEOCTABIEHHBIX HA
uccaenoBauusa 6oaros (puc. 4). OcMOTp ¢ HOMOIIBIO
OIITHYECKOTO MHKPOCKOIIA mpu yBeawmdeHum X40
CTAJIBHBIX 6OJITOB C Ka/IMHUEBbIM IIOKPBITHEM II03BO-
JIAJI TIOJIyYUTh CJIEAYIOIINe PesyIbTaTh:

Ha TOJOBKax OONTOB OOHAPY:KEHbI MHPOIYKThI
KOPPO3HH CTAJM B MeCTaxX HAPYIIIEHUS JIAaKOKPACod-
HOTO IIOKPBITHUA,

O] TOJIOBKAMHU GOJITOB MMEIOTCS OCTaTKH TPYH-
Ta, IPOAYKTHI KOPPO3UU CTAJIN; HA yUaCTKAX C TPyH-
TOM KOPPO3HS CTAJIU He 00HAPYKEHA;

Ha IWIXHIPWYECKOH 4YacTH OOJTOB BBIABIEHBI
TIOBPESKIEHUS TTOKPBITUA B BUJI€ KOMTbIIEBhIX JIMHUU,
BBIPA6OTKA MOKPBITHSA W OCHOBHOTO METAJUIa, YTO
SIBJISIETCS CJIEICTBUEM (DPETTHHT-KOPO3HWH; MECTAMU
MTOKPBITHE OTCYTCTBYET, UMEIOTCS MPOAYKTHI KOPPO-
3WU CTAJH, 4 TAKIKE CBET/IbIE METAIIMIECKHE yIaCT-
KM — IPEANOJIOKUTEILHO ATIOMUHUMN, IIePeHeceH-
HBIN ¢ OOIIIMBEH;

Ha pe3b00BOi YacTu 60JITOB HAGIIOAAIOTCI KOpP-
PO3HMOHHBIE TIOBPEKICHUS MaTepHaja PasHou cre-
[MeHd HHTEHCUBHOCTH (0T eIMHUYHBIX MOPAKEHHUH
110 TJIyOOKHX IIOBEPXHOCTHBIX PACTPABOB).

IIpu rmomoly pacTpoOBOTO 3IEKTPOHHOTO MHUKPO-
CKOITa HCCIIEOBAJIM IIOBEPXHOCTh 0OJTOB C pPasjImd-
HOI CTEIIeHbIO MOBpekaeHus. MOKHO OTMETHTD, YTO
HE3aBHUCUMO OT MPWHAJJIEKHOCTH K IMPABOMY WU
JeBoMy 6OpTY IopaskeHrie OOJITOB UMEET OIHMHAKO-
BBIN xapakrep (cMm. puc. 4). Haumenee moBpesxaeH
60T ¢ usgenusa Ne 1, re HA MOBEPXHOCTH ITHIWHI-
PUYECKOi YacTu cHadajia 00pasyroTcs MPUTEPTOCTH
OT KOHTaKTa C OOIIMBKOI, IIOSICOM WJIH JIEHTOH, B
MeCTax MPUTEPTOCTEH — KOPPO3UOHHEIE TIOBPEKIe-
HHUA B BHUJE I3B.

ITo mepe yBenuueHHUs ymciIa MOJNETOB (M3fenve
Ne 2) yBenuuuBaIOTCA IJI0MIAAE, 3aHATAA IPUTEPTO-
CTBIO, W TUIOIIAb KOPPOSUOHHBIX TIOBPEKICHIUH.

HawuGonbInas cremneHb MOBPEKICHHUI TTOBEPXHO-
ctu HabaogaIack B 60/ITe OT dIeMeHTa mosica (u3me-
e Ne 3), rme BHAHBI KOJIbIIEBbIe KaHABKH B o0Jac-
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Puc. 4. O6uruii Buj (@) 1 XapakTepHbIe MOBPexIeHus (0 — o/c) IIOBEPXHOCTH DOJITOB: 6, 8 — TPEIIUHA Y Pe3bOBI; 2, 0 — IPOAYK-

THI KOPPOBHUH B TPEIINHE; € — IPUTEPTOCT; JC — PACTPaB

TH IPUTEPTOCTH, IIPEICTABIAIONITE cO00H 30HY KOp-
PO3HMOHHOTO IIOPAKEHHS.

Ilo maHHBIM pPEHTTEHOCIEKTPATBHOTO MHKPO-
aHaJIu3a B 30HEe KOPPO3HUOHHBIX MTOBPEKICHUN Ka-
MHM OTCYTCTByeT, HHOTJa OTMedaeTci HaJudue
amomuHus. B mportecce mpupaboTKu KagMHuEBOE I10-
KpBITHE yOaIsgeTcsi, a B OTUX MECTAaX HAUYMHAETCS
PasBUTHE KOPPO3HOHHBIX I3B.

Hns merannorpaduuecKkoro HCCIefOBaHUA CO-
CTOSHUSA TOBEPXHOCTH BIOJIb OCH GOJITOB OBLIH U3TO-
TOBJIEHBI UITHAQHI. ¥ CTAHOBJIEHO, YTO TIIyOHHA KOp-
PO3HMOHHBIX ITOpaKeHui B 6oarax Komebaercs ot 40
o 820 mxm. Hu oT oHOM M3 KOPPO3MOHHBIX A3B HE
OBLIIO OTMEUYEHO PA3BUTHS YCTAIOCTHON TPEIIUHBL.

IIpoBenenHbIil aHATH3 XapakTepa pas3pyLUIeHUT
OOIIMBKY, IEHTHI U T05ACA, BXOJAIIMX B COCTAB MAKe-
Ta, COEMHSIONIET0 3JIEMEHTHI IIMAHT0yTa, U TIOBpe-
JKIEHUH COeMHUTENbHBIX 0OJITOB IO3BOJIUI Cle-
JIATh CIAEAYIOIINE BHIBOBI.

1. IloBpe:xnenne GonToB — ciencTBue per-
THHT-KOPPO3WH, BO3HUKAIOIIEH W3-32 B3aWMHOTO

TpeHus 6OJITOB M 3JIEMEHTOB OOIITUBKH, II0ACA U JIEH-
Tbl. PPETTHHT-KOPPO3HT PA3BUBAETCA B MECTax IIO-
BPEKIEHUA KAJIMHUEBOTO MOKPBITUA 0OJITOB B IIPO-
mecce TpeHuA. ' y6uHA KOPPO3HOHHBIX MOPAKEHUH
JIOCTHUTAET B HEKOTOPbIX Ooarax 0,82 mm.

2. PasBuTHsa TpemuH yCTAIOCTH OT KOPPO3HUOH-
HBIX TIOBPEIKIEHUIH 60JTOB He HAOMIOIAeTCA.

3. Paspymienue B mosice, OOIIIUBEKE U JIEHTE —
KOPPO3HMOHHO-yCTAIOCTHOE. BOBHUKHOBEHUIO paspy-
IIEHUA CIIOCOOCTBYeT IPUPAOOTKA HOBEPXHOCTH OT-
BEPCTHH, HATW4INe HA HE¥ KOPPO3UOHHBIX IIOBPEXK-
neunit ((PpeTTUHT-KOPPO3HA), OT KOTOPBIX pPa3BHBA-
ercsi MeK3epeHHOoe paspylleHue, Hauboigee pas-
BUTOE B O0mmBKe u JeHTe (raybmua mo 0,14 mm).
B nosce, 6omee ynaseHHOM OT BHEIIHEH CPEIBI, TIIy-
ouna wmexsepenHod 30HbI 0,03 MM. YcramocTHas
TpeliuHa B OOIMBKE W JEHTE TaKKe Pa3BUBAETCA
rpu GOJIbIIIEM BIVSTHUY BHEIITHEH CpeJibl.

4. daxrorpaduyeckuil aHAIN3 U3JIOMOB OOIIIHB-
KH, JIEHTBI ¥ M0sCa IT0Ka3a/l KOPPO3UOHHO-YCTAIOCT-
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Puc. 5. Bup raiiku ¢ TpemuHo# (@) ¥ U37I0MbI pa3pyIlieHHbIxX raek (6, 6) us cramu 30XI'CA

HBIM XapakTep paspylleHUi IIpU BO3AEWUCTBUU IIO-
BBIIIIEHHBIX HAIPS:KEHUN B JTaHHOM y3JIe.

5. llns momusaTusa paboOTOCIIOCOOHOCTH H3IeNITHus
B IIpoIlecce SKCIUIyaTalluM Heo6XomuMbl Oojiee Ha-
JIesKHad 3alIuTa OT BO3JeHCTBUSA BHEIIHEH cpeabl U
CHIDKEHHE PHCKA BO3HUKHOBEHUA (PPETTHHI-
KOPPO3HUH.

Ha ocumoBanuu M310:KEHHOTO MOKHO KOHCTATH-
poBaTh, UTO IIPUYMHON paspylleHUs SABUINUCH KOH-
CTPYKTHBHO-TEXHOJIOTHYECKHE (PaKTOPhI: HAIWJINe
MIOBBIIIIEHHBIX HAIPA:KEHUU B UCCIIEyeMOM IaKeTe,
MUKpoIlepeMellleHus COolpAraeMbIxX aeTasneil, Hapy-
HIeHrWe KaJMUEeBOT0 IOKPHITHA, HeJJOCTATOYHAA IIPO-
THBOKOPPO3MOHHAA 3alllUTa U BO3[eUCTBHE BHEII-
HeH cpensbl.

IIpmanebl pa3pylmeHus CAaMOKOHTPANINXCA
raek u3 craau 30XI'CA

ITocme cOATOYHBIX WCIBITAHUN BCIIOMOTATEb-
HOTO ra3oTypOMHHOTO IBUTATeNs ObLIN O0HApY:Ke-
HBI paspyllleHHbIEe CAMOKOHTPSIIUECS IeCTUTPAH-
Hble TaWKu auaMeTpoM ~5 MM B KoimdectBe 20 %
oT mapTuu. ['afiku M3roTOBIEHBI MEXaHUIECKOH 06-
paborkoit u3 cranu 30XI'CA ¢ TepmM0ooO6paboOTKOIH HaA
mpounocts 100 = 10 kr/Mm?. Pe3n0y BBITOIHAIH 10
TepMHYECKOi 00paboTku. B KauecTBe aHTHKOPPO3H-
OHHOTO TIOKPBITHS TpUMeHsau kagmui. [Ipu ycra-
HOBKe Ha usjere ucrnoiab3osanu repmerux KJIT-30
(B cocTaB KOTOPOTO BXOAMT OKCHJ IIMHKA), TOJIOBKH
raex oxpammBaiau smainbio KO-88 (B cocrase KoTo-
poit umeercs amomunuit). MccnemoBanu Tpu raviku:
paspyuiennyio raiky Ne 1 — nBa dparmenra ¢ usio-
mamu, raiky Ne 2 ¢ TpemuHoi u raiky Ne 3 6e3 me-
(exkros.

IIpu BHByanbHOM OCMOTpE TaeK BBISBIEHBI: HA
ITOBEPXHOCTH TOJIOBOK M ITUIWHIPUUECKON YaCTH —
cienbl rpy0OM MeXaHW4YeCKOH o0paboTKM; Ha BHYT-
peHHell noBepxHOCTH (HA pe3nbe) — OCTATKHU ycTa-
HOBOYHOTO T€pPMeTHKa; Ha Taiike Ne 2 — nBe 6IU3KO
PACITONIO/KEeHHbIE TPEIWHLI, PASBUBIIKECA TI0 BCEH
ee BrIcoTe, u ckoia smanu KO-88 Ha ronoske; Ha 110-
BEPXHOCTHU W3JIOMOB — 30HBI C Pa3IMYHBIMHU I[BETa-

MH II00EKAIOCTH OT CBETJIOTO [0 CHHEe-(PHOIeTOBOTO
(puc. 5).

®parrorpacduueckoe HCCIeQOBAHUE IIOKA3aJIO0,
YTO paspylleHne XpyIKoe, IPOXOAHUT II0 TPAHHUIIAM
3epeH (puc. 6). CrieKTporpaMMsbl, CHATBIE C HAPY:K-
HOH IIOBEPXHOCTH TaeK M C IIOBEPXHOCTH W3JI0MA,
IIOATBEPAUINA IIPUCYTCTBHE KaJAMHUA, IIPHUYEM €ro
MHUKXA UMEIOT OOJIBIILYI0 MHTEHCUBHOCTD, Y4eM B CIICK-
TporpaMMax, IOJIydYeHHBIX C BHyTPpeHHe! II0BEPXHO-
CTH W IPHUMBIKAIOIIET0 K Hed m3ioMa. B cmexTpo-
rpaMMax, CHATBIX C SKCILIyaTallTuOHHBIX HM3JIOMOB,
IIOMHUMO KaaMus HabmojaeTcd HaIddhe NHUHKA U
anmoMuHNAI. PaspyllleHrne pasBUBAIOCH B OCHOBHOM
OT HAPY/KHOU MOBEPXHOCTH, WHOTA — OT BHYTPEH-
Hel IIOBEPXHOCTH BO3j€ TOPIEBOM 4YacTH, Ie Ha-
OII01aI0Ch HATEKAHNe PACILIABICHHOTO KAIMHI.

IIpu merammorpaguueckoM UCCIETOBAHUU MUK-
pOH_UII/I(bOB, HU3T'OTOBJIEHHBIX IIO IIIOCKOCTH T'OJIOBKH
rafiKku, OOHApYKEHbI TPEIIWHBI, BBIXOJAIINE HA
BHYTPEHHIOIO TOBEPXHOCTh ¥ PACIIPOCTPAHSIONTHAECST
I10 TpaHuiam sepex (puc. 7).

O6e3yriiepo:KeHHOTO CI0A Ha BHYTPEeHHEH U Ha-
PYKHOM ITOBEPXHOCTH TaeK He BBIABIEHO0. MuKpo-
CcTpyKTypa cramu — copbur. TBepmocTs cocraBiaer

285-330 HV, dYrTo COOTBETCTBYET IIPOYHOCTH
1020 - 1100 MITIa.

Jna BBIACHEHWS YCIOBHH, NPH KOTOPBIX BO3-
MOSKHO TIOSIBJIEHHE KaaMUA Ha IIOBEPXHOCTHU M37I0MA,
IPOBEJIEH CIYAVIONINH ONbIT: KaAMUPOBAHHBIE IIJIa-
cruabl u3 cramu 30XI'CA narpeBanmu B TedeHume
15 mun 10 Temmepatyp 280, 350 u 400 °C. ¥cranos-
meHo, uto npu Harpese a0 280 °C mokphITHE coxpa-
uset memxoctaocTb. [locie Harpea mo 350 °C Hauwm-
HaeTrcss TIo0ymusanusa mokpbiTusa, a npu 400 °C —
IIOJIHBIN €Tr0 IIepexof B KaIlJIEBUIHOE COCTOSHUE.
Kpome Toro, s BBIACHEHUS CBAZHU MEKAY BO3HUK-
IIMMHA Ha IIOBEPXHOCTHU pas3pyIIeHUud raeK nBeTaMu
mo6eKanocTH M YCIOBUAMH UX 00pa3oBaHUA OBLI
IIPOBEJIeH HArpeB pa3pylUIeHHbIX 00pa3IloB U3 CTAIN
30XT'CA mpu ykasaHHBIX BbIlle Temneparypax. [lo-
ClIegHdAs Cepud OIIBITOB IIO3BOJINJIA YCTAHOBUTD, YTO
npu Temmeparype 400 °C m3mIoM OKpaIInBaeTcs B
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Puc. 6. Crpoenune uznoma paspyuenaoi raiiku u3 cranu 30XI'CA (a — e) u xapakTepHBIN BUJ CIIEKTPA, ITOIYIeHHOTO B 00JIaCTH
MesK3epeHHOro paspyiienus B usnome raiku us cranu 30XI'CA (orc): @ — obwmiwmii Bug usnoma; 6 —  — Cliebl OKUCIEHHUS U HATe-
KaHWA 3aIIUTHOTO IIOKPHITHA B U3JI0M; e — MeK3epeHHOe XPYIIKoe paspyIlIeHue

20 xkoB

CHHUH IBeT, HAOII0aeMblil HA MOBEPXHOCTH H3JI0- YUHBI PA3pyILIeHUsI KaJIMUPOBAHHBIX raeK U3 CTATH
Ma Traex. 30XT'CA. PaspyiieHre mpousonuio B peKAMe BO3-
IIpoBenenue wmcciaemoBaHWE ¥ CBSI3AHHBIX C IEHUCTBUA PACIUIABIEHHOTO IOKPHITHA HA IIOBEPX-

HUMHU SKCIIEPUMEHTOB IIO3BOJHUJIO YCTAHOBUTH IIPU- HOCTh HaArpy¥xeHHBIX raeK W IIPOHUKHOBEHUSd HKHUI-
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Puc. 7. Mukpocrpyxkrypa raiigu u3 cranu 30XI"CA, X200

KOTO MeTalla B OCHOBHOM MaTepHas II0 rPaHHUIaM
3epeH (acppext Peburmepa). ITO CBHIETEIBCTBYET O
TOM, YTO TeMIepaTrypa, IPpU KOTOPOH MIPOH3OIILIO0
paspylienue, MpeBhIaia TeMIepaTypy IIaBIeHus

KaMUs.

IIpumenenne KagMueBOro MOKPHITHS I Pado-
TBI CTAJLHBIX JETaJed MPH TeMIIeparype, IPeBbI-
maromed (gamxe KpPaTKOBPEMEHHO) TeMIIEPATypy
wrasmeaua Cd (T, = 320,9°C), B yciaoBusax
KOHTAKTA C HAMPIKEHHBIM METAJJIOM BCIIECTBUE
a(ppexra Pebunmepa mpUBOAUT K PE3KOH IOTepe
MPOYHOCTH U MPEKIEBPEMEHHOMY Pa3pyIIeHUIO
IeTasu.

XapaxkTep paspyuieHusa 6GOJTOB KPEILJICHHA
BEPXHEN MAaHEJIH KPHLIA C JIOHKEPOHOM
BO3AYIIHOTO CyTHA

UccnemoBamu 6Gonrbl awam. 6 MM #3  CTalu
30XI'CA. Paspymienre mpousonio npu HapaboTke
4430 mporpaMMHBIX IIOJIETOB B IIpoIlecce IIpOBejie-
HUS TOBTOPHO-CTATHYECKUX UCIIBITAHUH (pHcC. 8).

IIpu nposemenun parrorpaduIECKOro aHaju-
3a YCTAHOBJIEHO, YTO paspyllleHre MHOr00YaroBoe,
ycramoctHoe. [|ByxcTOpOHHEEe pasBUTHE YCTaJIOCT-
HBIX TPEIIWH CBUIETEIBCTBYET O paboTe HeTalu B
YCIIOBHUSX pacTsKeHus ¢ usrubom (puc. 9).

Puc. 9. Crpoenre usioMa paspyureHHbIX 60ITOB: @ — OOL{UI BUI U3I0Ma; 6 — 2 — BHIbI 0YAroBbIX 30H; 0 — yCTaJIOCTHBIE 60-

PO3IKH; e — SIMOYHBIHA penbed B 10I0Me
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Puc. 10. ITosepxHOCTb paspylieHHbIXx 601TOB (@) ¥ moxydeHHBIH B ee obxactu PCMA cnekrp ¢ nukamu uuHka (6)

PenTrenocmekTpasbHbIl  MHUKPOAHAIM3 ITOKA-
3aJl, 4TO HA IIOBEPXHOCTH 0O0JTOB OBLIO HAHECEHO
nuHKOBoe MOKpbITHE (puc. 10). MuxrpocTpyKTypy
GOJITOB WCCHAEIOBAIM HA TIOMEPEYHBIX ILTHU(]AaX.
Mugpocrpykrypa cranu — copout. Ciemos mepe:xo-
ra, meperpeBa He Habmogamu. Bonter u3 cramu
30XT'CA Tepmuuecku obpabaThiBAI HA TBEPAOCTD
(38 -41) HRC, 4To COOTBETCTBYeT YPOBHIO IIPOY-
Hoctu 1200 — 1300 MIIa.

SapoKIeHUIO PaspyIIeHnus CI0oCOOCTBOBAI P
daxTOpOB.

IToeepxuocTh 6oTOB OOpabaThiBaIu ¢ 06pasoBa-
HHEeM rpyObIXx prcoK. ITockonbKy ycramocTHOE paspy-
mreHre OOJITOB C MOKPLITHEM HAYHWHAETCS, KAK IIpa-
BHWJIO, HA IpaHUIle pasjesa «IIOKPbITHE — MeTaJll»,
KayecTBO 00pPabOTKH TOBEPXHOCTH WIPAEeT 3HAYH-
TEJIBHYIO POJb I 00eCIeueHus HAeKHOCTH U3/e-
nuii npu sKcuryaranuu. [Ipu moaroroske moBepx-
HOCTH IIepea HaHeCeHHUEM ITOKPBITHUA HCIIO/Ib30BaJIA
(bpakuio mecka ¢ HaTWMYWEM KPYITHBIX ITECUMHOK,
BMSATHHBI OT KOTOPBIX CIIOCOOCTBOBAIIM MIPEIKIEBPE-
MEHHOMY 3apo:KaeHui0 TpemnuH. [lpu HaHeceHuwm
IMOKPBITHUA IIOJYy4Y€HBbI YJaCTKHU C HaIlJIblBaMu, C He-
IUIOTHBIM COeMHEHueM cy10sd. MHOroo4aroBoCTh,
HAIWYWe B OXHOM W3 GOJITOB HAPSIY C YCTAIOCT-
HBIMH 00pPO3aKaMu OOJIBIIIOT0 KOJINYECTBA IMOK CBH-
IeTeIBCTBYIOT 0 paboTe Marepuana HPH BBICOKOM
HarpysKe.

HpOBe]_'[eHHI)Ie Hccieg0BaHud II03BOJTUJIIN BbIIE-
JIUTH OCHOBHBIE IIPUYNHBI PA3PYIICHUA KPElesKHbIX
usgenuit u3 cranmu 30XI'CA Bo Bpems skcruryara-
¥. BOTBITMHCTBO CiiyyaeB paspyIleHus CBI3aHO C
PasBUTHEM yCTAJIOCTHBIX TPEInH, 00pasoBaHue KO-
TOPBIX MOKET OBITH BHI3BAHO HATHYHEM HA ITOBEPX-
HOCTH: PHCOK OT MEXaHHYECKOH 06pabOoTKU; KOPpo-
3MOHHBIX fA3B; (DPETTHUHI-KOPPO3HH; SIMOK WJIH BHE-
IPEHHBIX YaCTHUI[ OT MEeCKOCTPYHHOH 00paboTKu u
T.0.

CraTtuueckoe paspyliienrie 00yCIOBIEHO IPEBbI-
IIEHWEeM PACYETHON HATrpysKH wiu (Kak B ciydae
paspylieHHs TaeK) TeMIepaTypbl SKCILIyaTalluH,

BBI3BaBIIlel OXpyIuUBaHUe B I1ape CTalb — KaaMUN
(adpperr Pebunmepa).

Heob6xonuMo 0TMETHTH ¥ BO3MOMKHOCTH pPaspy-
IIEHUS COUPSKEHHBIX C KPENEeKHBIMU U3IEeTHAMU
nerasei, obaamamimx 6ojlee HU3KUMH IIPOYHOCT-
HBIMU CBOMCTBaMU, HAIIpuMep, AeTanel I1akeTra, co-
eIUHAIONIETO DJIEMEHTHI IIIIAHTOYyTa BO3IYIIHOTO
cyZnHA.

g 0HO3HAYHOTO YCTAHOBJIEHUSI IMPUYHUH Pas-
pylIeHHs getaneidl HeOOXOIUMO MPOBEJEHUE KOM-
IIEKCHOTO HCCIIeOBAaHUA PAa3NUYHBIMU MeTOJaMU
caMoM JleTaau U CONPSKEeHHBIX C Hel meTajeu.

Buvipancaem 6aazodaprocmov H. I1. Keeunoii u
H. I'. Ilokposckoii 3a 6oabwoil ekaad 8 npo-
gedennble ucCcnedo8arus U onvlm, nepedaHHbLl
asmopam.
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SKCIIEPUMEHTAJILHBIE UCCJIEJOBAHUS
PUSNKO-MEXAHUYECKHUX CBOMCTB MATEPHAJIA JINTOU
N30JISAIINN TOKOIIPOBO/IA!
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Cmambus nocmynuaa 21 nosbps 2017 .

B pamkax Hay4uHO-HCCIEI0BATENBCKHIX PAOOT 10 00ECIIEYEHHIO IIPOYHOCTH U HE30IIACHOCTH TO-
KOIIPOBOZIOB C JIMUTOM H30JAIMEH IIPOBEJEHbI SKCIEPHMEHTATbHbIE KCCIeNOBAHUA (PU3U-
KO-MEXaHUYECKHX CBOMCTB MaTepHaia INTON H30JAIUH «3aBOJCKOTO U «MOHTAKHOTO» THUIIOB.
W3somanusa «3aBoACKOro» THIIA IPHUMEHSETCA IIPY IIPOU3BOJICTBE CEKIUU TPACChI TOKOIIPOBO-
Iia, & «<MOHTaKHOT0» THIIA — IS U30JIAIIAN CTHIKOB CEKITHI IIPY IPOBEAEHNN MOHTAKA TPAC-
cbL. [IpoBeeHHbBIN aHATN3 9KCILIYyATAMOHHBIX (DAKTOPOB IIO3BOIIII 000CHOBATH (DU3MIECKHE
¥ MeXaHIJIeCKIe CBOMCTBA MaTepyasia JUTOH U30J AN, Hanboee BIUAIINE HA IIPOYHOCTD
ToronpoBozpa. MccaenoBanus BRIIOYATIH OIpeNeeHne YIPYIUX XapakTepPHCTHK X IIpenesa
MPOYHOCTH METOIOM CTATHYECKUX MEXAHWIECKHX WCIBITAHUH ILUIOCKHX 00pasIioB Ha PacTi-
JKEHMEe ¥ TPEXTOYeIHbIN u3rub. VcrplTanus IpoBOIMIIN TIPU IOHMKEHHOM, HYJIEBOH U HOBBI-
IIIEHHOM TeMIIepaTypax B COOTBETCTBUH C PEKIMAaMU SKCILIyaTanny Tokonposoaa. Ha o6pas-
1ax B BHZIe CTEPIKHEH OIpeesiaain 3Ha9eHusT K0a(hUIlHeHTa JIHHEHHOTO TeIJIOBOTO PACIIIH-
peHws Marepuasa JUid IByX TeMIIEPaTyPHbIX Anana3oHoB. Meromxom o6Mepa 1 B3BEIIHBAHUSI
HAaXOOW/IIN 3HAYEHUA IIJIOTHOCTH. BKCHepI/IMeHTbI IIPOBOOWIN II0O METOAUKaM, IIpeaCTaBJI€H-
HBIM B IrOCYAapCTBEHHBIX craHaaprax. I1o pesynpraraMm SKCIIEPHMEHTOB YCTAHOBIEHO BIIHSA-
HUe TeMIIepaTypbl Ha MOAYJIb YIIPYTOCTH U IIPeeN IPOIHOCTH MaTepraia 30U IPU U3-
rube. [Tpu sTOM IIpeen IPOYHOCTH U30IALMH MOHTAKHOTO Trra Ha 7 — 30 % BblIile, 4eM u30-
JIIIIAY 3aBOICKOTO TUIIA. JTO 00bACHIETC S 60J1ee METKOHM ¥ OTHOPOAHOM CTPYKTYPOM MOHTAK-
HOM M30JIAIHH. B 11e/10M MexaHIgecKkne CBOMCTBA, OIIpe/iejIeHHbIE B Pe3yIbTaTe SKCIIePUMeH-
TOB, OKA3aJINCh 3HAYUTEIHHO HIIKE JIEKTapUPyeMbIX IPOU3BOAUTENIEM TOKOIIPOBOAA. JTO MO-
JKEeT IIPUBOIUTH K IIEPEOIleHKe IPOYHOCTH JIUTON U30JIAIUH IPX KOHTPOJIe 6e30IIacHOCTH TO-
KOIIPOBOJIOB C yIETOM JeKIapUpyeMbIX 3HAYEHHH MeXaHUIeCKHUX cBOHCTB. [lomyueHtbIe pesy-
JIBTATHI IPEIOKEHO YIUTHIBATD [IPY IIPOBEIEHUH PACIETOB HAIPAKEHHO-1e(hOPMHIPOBAHHO-
IO COCTOSIHUS TOKOIIPOBOZOB C JINTOM H30JIAIMEH [IPY Pa3INIHbIX TEMIIEpaTypax SKCILLyarTa-
Iun.

KiroueBblie cI0Ba: TOKOIPOBOL; JIUTAS U30JIALVS; MEXaHUIECKHE CBOMCTBA; UCIILITAHMUS.

EXPERIMENTAL STUDIES OF THE PHYSICAL AND MECHANICAL PROPERTIES
OF CAST-RESIN INSULATION MATERIAL OF BUSBAR SYSTEM

© Egor V. Moskvichev, Nikita V. Eremin

“Digital Mind Development” Ltd., Krasnoyarsk, Russia; Institute of Computational Technologies SB RAS, Krasnoyarsk
branch, Krasnoyarsk, Russia; e-mail: jugr@icm.krasn.ru

Submitted November 21, 2017.

Experimental studies of the physical and mechanical properties of “factory” and “field” types of
cast-resin insulation material are carried out in the framework of scientific research regarding the reli-
ability and safety assurance of cast-resin insulated busbar systems. Insulation of the “factory” type
(FT) is used in manufacture of sections of the busbar system, whereas insulation of the “mounting”
type (MT) is used to isolate the joints of sections during their installation. Analysis of the operational
factors revealed a set of the physical and mechanical properties of cast-resin insulation material which
affects most strongly the strength of the busbar system. The studies included determination of the
elastic characteristics and ultimate strength by the method of static mechanical tests of flat specimens
for tension and three point bending. The tests were performed at low, zero and high temperatures

1 HccnemoBanue BBINOIHEHO IPH (PHHAHCOBOM mommep:kke Poccmiickoro doHma dyHIaMeHTANbHBIX ucciaenoBanui, [Ipasu-
TenbscrBa KpacHosapckoro kpast, KpacHoapckoro kpaeBoro oHAA MOAAEPKKA HAYYHOU U HAYYHO-TEXHUYECKOH [eATelbHOCTH
B paMKax HayyHoro mpoekta Ne 16-48-243022.
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according to operation modes of the busbar system. The coefficients of linear thermal expansion of the
material for two temperature ranges were determined using rod specimens. The density of the mate-
rial was measured by measuring size and weight of the specimens. All experiments were carried out us-
ing the methods listed in state standards. The results of the experiments showed a distinct effect of
temperature on the Young’s modulus and the ultimate strength of the insulation material in bending
tests. The ultimate strength of the MT insulation is 7 — 30% higher compared to F'T insulation due to
the fine and more uniform structure of MT insulation. As a whole, the mechanical properties deter-
mined in the experiments are significantly lower than the mechanical properties declared by the man-
ufacturer. This can lead to reassessment of the strength of cast-resin insulation during safety control of
busbar systems considering the declared values of the mechanical properties. In this regard, the ob-
tained results should to be taken into account in calculation of the stress-strain state of the busbar sys-
tems with cast-resin insulation at different operation temperatures.

Keywords: busbar system; cast-resin insulation; mechanical properties; testing.

HakoruteHHBIH OUBIT SKCILIyATAIMH TOKOIIPOBOIOB
¢ IUTON u3oiAuel B yciaoBuax Cubupu moxasain
BO3MOKHOCTh BO3HUKHOBEHUS aBapUHHBIX CHUTya-
[UH ¢ 00pa30BAHKUEM JJIEKTPUIECKOTO IPOoOOs U II0-
paskenuem miozeti [1]. Ilpu ananuse npuduH aBapun
Ha OJHOM U3 THIPOIHEPTeTHYECKHX 00BEKTOB ObLIN
BBISABJICHBI TPEIIUHBI B U30JAIIUKU PA3JIMYHBIX 3JIe-
MEHTOB Tpacchl TOKOIPOBOjA. Pesymbrarhl Hayd-
HO-TEXHHYECKOH SKCIEePTU3hI MOKA3AIH, UYTO Paspy-
HIeHne MU30JIAIIMK BO3HUKAEeT BCJIEICTBHE ,Z[eﬁCTBI/IH
HE perJaMeHTHPYeMBbIX MeXaHHYEeCKHX Harpysox,
00yCIIOBIIEHHBIX Ae(eKTaMu MOHTAKa, HeJ0CTaTOd-
HBIM KOJIMYECTBOM KOMIIEHCATOPOB TEMIIEPATYPHBIX
paclpeHni Ha Tpacce TOKOIIPOBOIa U IepeMeHHOM
TeMIIepaTypoi sKCILIyaTalluu.

Jlanubple pes3yabTaThbl MOCIY:KUAA OCHOBOH IJIS
MpoBefieHusT paboT mo 0b6ecredyeHuI0 IPOYHOCTH U
0€30I1aCHOCTH TOKOIPOBOAOB C JIMTOH W3O0JIAIIAEN,
paboraromux B peruonax Cubupu. B pamrax stux
pabor Obu1 copMHpPOBAaH KOMILIEKC pPAaCYeTHO-
9KCIIEPUMEHTAIbHBIX HCCIEe0BaHUM, KOTOPBIE 3a-
KJIIOYAINCh B aHAIW3€ MPOYHOCTH, BEIIOYAIOIIEM
KOHEYHO-3JIEMEHTHOEe MOeIHpoBaHue aedopMupo-
BaHHUSA TOKOIPOBOJA HA OCHOBE 3KCIEPUMEHTAIh-
HBIX JAHHBIX O CBOHMCTBAX MaTepHAIA JIUTOH H30JId-
muu [2]. Takum obpasom, ocHOBHAS 3amada JAHHOH
paborel — ompeneneHre (PUIUKO-MEXAHUIECKUX
CBOMCTB MaTepuaja U30JIALNH C YUETOM JUAa30Ha
9KCILUIyaTAllHOHHBIX TEMIIEPATypP U (PAaKTOPOB, IMPH-
BOJSAIIUX K Pa3pyIIEHHUIO.

Ananus sKCIIyaTalMoHHBIX (PAKTOPOB U pa3py-
IIEHWH, IpeACTaBJIeHHbIH B pabore [3], mokasai,
YTO HA 3JIEMEHTHI TOKOIIPOBOJA BO3IEHCTBYIOT:

TeMmeparypbsl B amanasone ot —-60 mo +40 °C,
MIPUBOASAIIYE K TEMIIEPATYPHBIM PACIITHPEHUAM;

CUJIOBBIE HATPY3KH, BO3HUKAIOIIHE KAK PEAKIINH
Ha TeMIlepaTypHbIe AedopMaIluH;

BECOBbI€ HAI'Py3KHU Ha OIIOPHBIE 3JIEMEHTbI TOKO-
IIPOBOJIA.

C y4yeroMm DaHHBIX BO3AEHCTBHH IJI HCCIIEI0Ba-
HHUA IIPOYHOCTH TOKOIIPOBOIA HeO6XOI[I/IMO UMETb
3HAYEHUs YIPYTHUX U MPOYHOCTHBIX CBOMCTB (MOY-
g yupyroctu, Koddgdurmenrta [lyaccona, mpemena

MPOYHOCTH) TPH PA3IHIHBIX TeMIIeparypax; Kosd-
(urmenTa JUHEHHOTO TEIVIOBOTO PACIIMPEHHUS;
TIJIOTHOCTH.

IIpu BBIOGOpPE METOMOB HCIBITAHUE KOHCTPYKIIH-
OHHOTO MATEePHAJIa BAMKHO y4eCTb OCOOEHHOCTH €ro
CTPYKTYPBI U 00ECIIEYUTH COOTBETCTBHE YCIIOBHH HC-
MIBITAHUE XapaKTepy HArpy:KeHWUs B DIeMEeHTe KOH-
crpykiuu. PaccmarpuBaeMblii MaTepral U30JIAIHN
TOKOIIPOBOAA IIPEACTABIAET COOOM SIOKCHUIHBIN
romnayun mapku B.I.M. (Beto Iso Mix), paspa6o-
TaHHBIN Oenbrutickoil komnanueii Eta-com u mpu-
MeHSeMBIH B TOKOIpoBogax cepum Betobar-r, ko-
Topble cooTBeTcTBYIOT craHmapty IEC 62271 (1 u
201). IToxyuaeMbIii METOOM JUTHA ¥ HACHIIEHHBIH
0COOBIMH YaCTUIIAMU HHEPTHBLIX MATEPHAIOB KOM-
MmayHjJ, UMeeT MeJIKO3epPHHUCTYI0 CTPyKTypy. Hamwu-
Ype SIOKCUIHOIO CBS3YIOIIEro I03BOJAET OTHECTH
€ro K KJIacCy He TepMOPEaKTHBHBIX ILIACTMACC, a
MEJIKO3E€PHHUCTBIM HAIIOJHHUTEIb [JaeT OCHOBAHUE
paccMaTpuBaTh KOMIAYH KAK KOMIIO3UTHBIM MaTe-
puan. Taxkum obpasom, mpu aHaIu3e OTEYECTBEH-
HBIX HOPMATHBHBIX METOHOB HCIBITAHUMA OBLIH BBI-
OpaHbl CIeoyMIIue CTAHIAPThI B KAYECTBE OCHOBBI
IS MCCIENOBAHMSA (PU3UKO-MEXaHMYECKUX CBOMCTB
MaTepuaia U30JIAIIHN:

T'OCT 25.604-82. «PacueTbl ¥ HCIBITAHHS HA
MMPOYHOCTb. MeToabl MeXaHHYeCKHX WCIbITAHUN
KOMITIO3HITMOHHBIX MATEPHAJIOB C HOJHUMEPHOM MAart-
purteit (komirosuTos). Meros MCHOBITAHUA HA HU3TUO
IIPpH HOPMAJIbHOM, IIOBBIIIEHHONW M IIOHMKEHHOU
TeMIIeparypax»;

T'OCT 25.601-80. «PacueTsl M HCIBITAHHS HA
MIPOYHOCTb. MeTombl MEeXaHHUYECKUX HCIIBITAHUN
KOMIIO3HIITMOHHBIX MATEPHUAJIOB C IIOJIUMEPHOH MAaT-
purteit (koM103uTOB). MeTon HCIBITAHUS ILTOCKHX
06pasIoB HA pacCTIKeHUe IIPU HOPMAILHOM, ITOBbI-
IIIeHHOU U MOHWKEHHOU TeMIlepaTrypax»;

I'OCT 15173-70. «ILnacrmaccel. Metoq ompese-
JIEHUA CpeaHero K03 UIlHeHTa JIHHEHHOTO TeIIo-
BOTO PACIITHPEHHS»;

I'OCT 15139-69. «Ilmacrtmaccer. Metoabr ompe-
IeJIeHHs INIOTHOCTH (06bEeMHOM MAacChl)».
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Puc. 1. 3aroroBku 06pasIioB 3aBOACKOTO (@) U MOHTAMKHO-
ro (6) MaTepUAIIOB U3O0IISI[UN

IKCIIepUMEHTAIbHBIE HCCIEI0BAHUA TPOBOIHU-
JM HA MaTepHaNe W3OJAIUUA «3aBOJCKOTO» THIIA,
MPUMEHSIEMOM IIPH IIPOU3BOJICTBE TOTOBBIX CEKITUMH
TOKOIIPOBOZIA, W «MOHTA:KHOTO» THIIA, HCIIOIb3ye-
MOM /I M30JAIMK CTHIKOB CEKIMH W IIPOH3Be-
IeHHOM Ha Mecre MoHTaxa (puc. 1). Marepuan uso-
JIAIAN VMEEeT SIPKO BBIPAKEHHYIO 3ePHUCTYIO CTPYK-
Typy, KPYIHYIO AJd 3aBOJCKOTO THIA U Oojiee Me-
KYI0 ¥ OMHOPOIHYIO — IJIsi MOHTa:KkHOrO. [Ipm sTOM
MOHTAKHBII MaTepual U30/JA0IUNU COOAEPHUT MHOTI0-
YHUCIIEHHBIE TOPhI CPEPHUIECKON (DOPMBI TUAMETPOM
oT 1 10 5 MM, KOTOpBIE IIPEATIONOKUTETHHO IBITI0T-
¢s1 BO3/IYLIHBIMU IIy3bIPAMUE, 00Pa30BaABIITUMUCS IIPH
3aJIMBKE KOMITAYHIA BO BpPeMs MOHTAXA TOKOIIPO-
BOIA.

3aroToBKM 00pa3I0B B HEOOXOAUMOM IJIf IIPO-
BEeeHWS WCIBITAHUN KOJIMYECTBE BBIPE3ATH W3
(bparMeHTOB TOKOIPOBOAA C TIIOMOIIBI0 YIJIOBOM
nUIuOBAIbHON MAIIHWHBI, OCHAIIEHHOW TUCKOM C
amMasHbIM HanbuteHueM. [lo TpefyeMbIx pasmMepoB
06pasIbl JOBOAMIM HAa KAMHEPE3HOM M THapoabpa-
3WBHOM CTAHKaX.

MexanudecKue CBOWCTBA OIMpPENENSIN Ha Mps-
MOYTOJIBHBIX 06pasax Ajad UCIbITAHUA HA TPEXTO-
yeyHbld u3rub (puc. 2, @) U ob6pasIax ¢ BbIpE3aMH
IJId UCOBITAHUA Ha pacTaxenue (puc. 2, 6). Tommu-
Ha o0pasios cocrasmana 10 mm. [na kammoro Buga
U TeMIilepaTyphbl HUCIIbITAHUN H3TOTOBJIEHO II0 IATH
00pasiioB 3aBOJCKOTO W MOHTAMKHOTO MAaTepPHATIA
301K H, Bcero — 40 o06pasIios.

I ornenku ko3 puIireHTa THHEHHOTO TEILIO-
BOTO0 pacCHIMpeHUud M HM3MEPEHHSI IIJIOTHOCTU H3IO0-
TaBIUBAIN 00pA3IIbI B BU/IE CTEPIKHEN KBAIPATHOTO
MOIIePeYHOT0 ceuenus (puc. 2, 8). Bpuro uaroTorie-
HO YeThIpe HAbopa Mo mATb 00PasIloB /A IBYX TH-
[I0OB MaTEPHAJIA U30JAINN U JBYyX UHTEPBAIOB TEM-
repartyp, obiee KoaudectBo — 20 00pasIos.

Ucnbitanua ©Ha wu3rub IPOBOAMIN COTJIACHO
I'OCT 25.604-82 upu Ttemmeparypax -60,0 u
+40 °C Ha yHUBEpPCATBbHOH HCIIBITATEIHHON MAIIlU-
He Zwick/Roell Z100. HcmpirarenpHas MalinHa

Puc. 2. O6pasipl 11 UCIIBITAHUM HA TPEXTOYEIHBIA M3THO
(a), pacrsxenue (6) u onpenenenus K03 pUIMeHTa JTHHEH-
HOTO TeILIOBOTO PaCTSIiKeHusI (8)

ObLIa OCHAIIlEHA TEPMOKPHOKAMEPOH H IIPHUCIIOCO6-
JIEHWeM JIJIS TPEeXTOYeuHoro usruba. Paccrosinme me-
Ky OIropaMu ImpucHocodierus coctasisio 100 mm,
IUaMeTp OIOp ¥ HATpPy:;Kaloliero IyaHCOHa —
10 mm. Ilepen ucnbiTanusaMu 00pasilbl BBIIEPKUBA-
JI1 B TEPMOKPHOKaMepe [0 IIOJHOI0 IIPOrpeBa WiIn
oxnmaxaenus He meHee 120 mun. Temmeparypy 00-
PAasIioB KOHTPOJIHUPOBAJIHN C IIOMOIIBI0 TUPOMEeTpa U
Tepmonapbl. O6pasIbl HATPYKATH CO CKOPOCTHIO
1 mm/mMun. B mpomecce mcmbiTanumii (DUKCHPOBAIN
auarpamMMmy Harpyska — mporu6 (puc. 3, a), Mo pe-
3yabraram 00paboTKU KOTOPOU OMpeeNsain MOLYIb
YIIPYTOCTH ¥ IIpeesl MIPOYHOCTH IIPU u3rube.

HcnbiTanus Ha pacTsiKeHue MPOBOIUIN COTJIac-
Ho I'OCT 25.601-80 mpu KOMHATHOM TeMIlepaTrype
+23 °C Ha yHHBepCaIbHOU HCIIBITATEIbHON MAIIIH-
He Tinius Olsen 100ST, ocHaleHHON KINHOBUIHEI-
MM 3axBaTaMHM U BuaeosKcTeHsomerpoM. O6pasiibl
HaTpy:Kaau co CKOpocThio 3 Mmm/MuH. B mporiecce wc-
MBITAHUH (PUKCHPOBAIY HAMPSIKEHHE, [IPOIOIbHYIO
u ionepeunyio nedopmaruio (puc. 3, 6). Ilo pesymnn-
TaTaM KCIBITAHUN OMPEeesIsid MOIYJb YIPYTOCTH,
rkoapurment Ilyaccona u mpemen IpOYHOCTH IIPH
PaCTIKEeHIH.

O0paboTKy pesyIbTaTOB UCIBITAHUA HA U3THO U
pacTrsaiKeHHe ITPOBOIUIN COTJIACHO COOTBETCTBYIO-
muM crauzapram. Ilomydennsie cpeqHue 3HAYEHUS
MEXaHWYECKUX XAPAKTEPUCTHK TPH Pa3IMIHBIX
TeMIlepaTypax MpeacTaBIeHbl B Ta0. 1.
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Ta6mauua 1. 3HaueHUsT XapaKTEePUCTUK MEXaHUYECKUX CBOMCTBA MATEPUAIIA JIUTON H3O0JIAIUN

MaTepI/Iaﬂ HU30IAINHA

XapaxTepucTuka Temneparypa, °C - -
3aBOCKOH MOHTaXHBIN
Mogyns ynpyrocru npu usrute E#, I'lla -60 13,37 13,53
12,04 11,75
+40 10,87 10,18
IIpenen npounoctu mpu usrube o, MIla -60 36,42 47,36
31,87 35,94
+40 30,46 32,47
Mognyns ynpyroctu npu pacraxennn E, I'lla +23 14,39 13,98
IIpenen npounocru npu pacraxenuu o, MITa +23 10,79 13,53
Koaddunment Ilyaccona npu pacrssxenun v +23 0,24 0,27

Ta6mauua 2. 3HaueHuss Ko3(pQUIMEHTA JTHHEHHOTO TEILIO-
BOTO pacinupeHus Marepuaia usonsiuu, °C-1

Matepuan Temnepatypubiii uatepsai, °C
U300 Ot +23 mo -60 Ot +23 mo +40
3aBOCKOH 20,26 - 10-6 16,25 - 10-6
MoHTaKHbBIH 19,59 - 10-¢ 20,10 - 106

Hdna ompenenenus K03 PUIMEHTA JTHHEHHOTO
TEIJIOBOTO PACIIUPEHUA 00pasiibl B BUE CTEP:KHEN
ucneiTbiBanu coriaacao ['OCT 15173-70 ma yuwu-
BepcaiTbHOM ucmbiTaTenpHoM MaruHe Zwick/Roell
7100 B TepMOKpHOKAMEpe IIPH CTAIMOHAPHOM pe-
skuMe. B mportecce ucnbrranuii obpaser; repmocra-
THPOBAIX M IIOCPEICTBOM KOHTAKTHOTO SKCTEH30-
MeTpa (PUKCHPOBAIM H3MEHeHHue JTuHbI. McmbiTa-
HHS MPOBOAWJIN B ABYX TEMIEPATYPHBIX WHTEPBa-
max — ot +23 mo —60 °C u ot +23 g0 +40 °C. Tem-
reparypy 0oOpasIOB KOHTPOJHMPOBAIN C IIOMOIIBIO
nupoMerpa u TtepMmomnapsl. [Ipu o6paboTke maHHBIX
WCIIBITAHUN OIpPEeNe/siIn CPeJHUH KOod(UIiHeHT
JIVHEHHOTO TEeIJIOBOTO PACIIUPEHUs o AJA JBYX THU-
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[I0B MaTepuaia U30JANUA U IBYX UHTEPBAJIOB TEM-
neparyp. Pesyabrars! npeacraBieHsl B TA0I. 2.

IInorHOCTE MaTepuana HM3OJALUU OIPENeIsiin
IIpY KOMHATHOM TeMIIepaType Ha IMPIMOYTOJIbHBIX
obpasmax MeTozoM o0Mepa ¥ B3BEIIMBAHMS COTJIac-
uo I'OCT 15139-69. Bruio ucciaemosano 10 obpas-
0B — II0 IATH AJI Kaxmoro Tumna marepuana. C mo-
MOIIBIO0 3JIEKTPOHHOIO IITAHIEHIIMPKYJIS HAXOIUIN
JMHEeHHbIE pasMepbl 00pasIoB, UX 00bEM BBIYMCIIS-
A KaK MPOM3BEICeHHE JJIUHBI, IIHPUHLI U BHICOTHI.
Maccy 00pasIfoB ompeessann Ha SIeKTPOHHBIX Be-
cax, pesyJjbTaThbl CUNTAIM KaK CpelHee 3HaAUYeHUe
Tpex B3BemmBauuii. ILmoTHOCTS MaTepuaia paccyu-
THIBAJIM KaK OTHOIIIEHKE Macchl 00pasiia K ero oone-
my. CpenHee 3HaueHMe IIJIOTHOCTH 3aBOACKOTO MaTe-
puana m30aAIuu  coctaBmio 1,8562 r/em?, mwitoT-
HOCTH MOHTA;KHOTO MaTepuaja H30JIANUA —
1,8488 r/cm3.

Ilo pesyabraraMm SKCHEPHMEHTOB YCTAHOBIIEHO
3HAYUTEIbLHOE BIIMSHUE TEMIepaTypbl HA MOMYJ/b
VIIPYTOCTH ¥ Mpeesl MPOYHOCTH MaTepuasa HU30JIs-
nun npu usrube. C MOHM:KEHHEM TeMIepPaTypPhbl OT
+40 mo —60 °C 1y1a 3aBOICKOr0 U MOHTAXHOTO MaTe-
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Puc. 3. JIluarpamver HarpysxeHus o6pasioB Ha usrub (a) u pacraxenue (6)
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pHuaia MOAYJIb YIPYTOCTH Bo3pacraet Ha 23 u 32 %,
a mpouHocTh — Ha 19 1 46 % COOTBETCTBEHHO.

CpaBHeHUe XapaKTEepPUCTUK MATEPHUAIOB HU30JI-
MY TI0KA3hIBAET, YTO HX MOXYJIb YIPYTOCTH IS
000MX BHUIOB HATPY:KEHHUA MPU PA3THYHBIX TeMIIe-
paTtypax oTIm4aeTcsa He3HAUUTEeIbHO — OT 1 710 6 %,
OJTHAKO pasHHUIla B IIpejieje IIPOYHOCTH [OCTHUIaEeT
ot 7 10 30 %. IlpuueM y MOHTA:KHOTO THIIA W30JA-
WU TIpeJes MPOYHOCTH BBIIE, YTO MOKHO 00BsC-
HUTH 60Jiee MENKOH W OJHOPOMHON CTPYKTYpPOH Ma-
Tepuasa.

Ilo cpaBHeHHIO CO 3HAYEHUAMU MEXaHUYIECKHUX
CBOHCTB, JEKJIApUPYEMBbIMHU IPOU3BOAUTENIEM TOKO-
npoBoaa [4], MOAysb YIPYTOCTH OKA3ayicd HUKe Ha
33 %, npemnesn IPOYHOCTH HA U3TU0 U PACTIIKEeHIEe —
Hmxe Ha 21 % u Ha 35 % coorBercTBeHHO. Takum
006pasoM, IpH MPOBEIEHUN PACIETOB IIPOYHOCTH TO-
KOIIPOBOZIa HA OCHOBE JAHHBIX IIPOU3BOJUTENSI O
CBOMCTBaxX MaTepuayia U30/IAINNA BOSMOKHO HECOOT-
BETCTBHE PACYETHHIX HANPIKEHUH U AedopMmariuii
JIeMCTBYIONIVM B pealbHOM KOHCTPYKITUH.

IlonyuenHnble BSKCIIEpUMEHTANbHBIE 3HAYEHU
XapaKTePUCTUK MEXaHMYECKUX CBOMCTB KOMIIAYHIA
HCIIONIb30BAHBI TIPU pacdeTe HaNPKeHHO-Iedop-
MHPOBAHHOT'O COCTOSHHUSA TOKOIIPOBO/A IIPY Pa3INd-
HBIX TeMIleparypax JKciuryaranuu. Jas ymporre-
HUS PACYETHBIX CXEM IeJIeco06pasHo 3aBOACKOU U
MOHT&KHBIH MaTEepPUAabl U30JMAINN PacCMaTPHUBATh
KaK OIVH MaTepHayl C yCpeIHEeHHbIMHU 3HAYEHUIMU
XapaKTepUCTUK, He HCKII0Yasd UX 3aBHCHUMOCTH OT
Temieparypsl. lIpu sTom Ha 9Tame OIeHKU pe3yIib-
TaTOB II0 KPUTEPUIO IIPOYHOCTH ClIefyeT YIUTHIBATh

(B 3aBHCHMOCTH OT JIOKQJIM3AIUH MAaKCHMAIbHBIX
HATIPAKEHUH B KOHCTPYKIIMH) 3HAYUTENBHYI0 Pas-
HUITYy B Ipefenax IPOYHOCTH ABYX THUIIOB MaTepHa-
JIa MB30JIAIUH.
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Ilenb paborer — mMaTemarwdeckoe o0o0menue gopmysnsl C. . dpembl, npemioxensoi s
AIMPOKCUMAIINY HKCIIEPUMEHTAILHON JHATPAMMBI YCTAIOCTHOTO Pa3PyIIIEeHUs, U UCCIIe[0Ba-
HUE ee JIOTOIHUTEILHBIX BO3MOKHOCTEH. AHAN3 BBITIOJIIHEH HA OCHOBE OIIePaTopa Jjis ILIaB-
HOTO TIepexojia OT OJHOM MaTeMaTudeckod (yHrmmu  apyrou. [lokasamo, uto cpopmysa
C. {. dpembI aBaseTca YaCTHBIM CIIyYaeM 9TOTO0 MATEMATHIECKOT0 OTlepaTopa, Koraa IaaqKkui
i pepeHIMPYEMBI TTePEX0 OCYIIECTBIIIETCI ¢ OHOTO MOCTOSHHOTO YPOBHS pasMaxa Ko-
sdpUITHEeHTA MHTEHCHBHOCTH HATIPSIMKEHMI Ha APYTOM OCTOSHHBIN ypoBeHb. [lomyueHs! Ma-
TeMaTHYeCKHe BhIPAKEHUs, KOTOPbIe MOJKHO HHTEPIIPETUPOBATh KAK HHTETPAILHYIO BEPOST-
HOCTh ¥ IUIOTHOCTH BEPOSITHOCTH CIIy4aiHOTO 3HAYEHUS CKOPOCTH YCTAJIOCTHON TPEI[UHBL
OHM TI03BOIWIM AATh CTATHCTUYECKYIO TPAKTOBKY IMATPAMMBI YCTATIOCTHOTO PA3PyIICHUS.
Ha 081 0cHOBe IIpeIIo:KeHA METOIMKA OIEHKH OCTATOYHOIO PECypca JeTalu KOHCTPYKIINY,
B KOTOPOM 00HAPY/KEHA YCTATIOCTHAS TPEIHHA.

KaroueBsIe ciroBa: apiarpaMma yCTAIOCTHOTO Pa3pyIeHnsT; CKOPOCTh YCTAIOCTHOM TPEIITH-
HBI;, pasMax Ko3(p(UIIreHTa NHTEHCHBHOCTH HAIPAKEHU; HHTErpaIbHaA (PYHKITHSI BEPOAT-
HOCTe; (DyHKIUA IIePEX0/ia COCTOTHUN CUCTEMBL; JKUBYIECTb.

In memory of Stepan Yakimovich Yarema

ON THE MATHEMATICAL GENERALIZATION OF S. Ya Yarema FORMULA

© Viktor M. Markochev
National Research Nuclear University “MEPhI”, Moscow, Russia; e-mail: VMMark@yandex.ru
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The goal of the article is a mathematical generalization of S. Ya Yarema formula derived for approxima-
tion of the experimental diagrams of the fatigue fracture and subsequent analysis of the capabilities of
the formula. The analysis is performed on the basis of the operator for smooth transition from one
mathematical function to another. Formula of S. Ya Yarema is shown to be a special case of this mathe-
matical operator when a smooth differentiable transition occurs from one constant level of the ampli-
tude of stress intensity factor to another constant level. The obtained mathematical expressions can be
interpreted as the cumulative probability and the probability density of random values of the fatigue
crack rate. This allowed us to give a statistical interpretation of the fatigue fracture diagrams. On this
basis we developed a methodology for estimation of the residual resource of a structural part contain-
ing a fatigue crack.

Keywords: diagram of fatigue fracture; fatigue crack rate; the magnitude of the stress intensity fac-
tor; integral function of probability; function of system state transition; liveness.

Ja maTemarudeckoro onucanus (anIpPoOKCHUMAIINN)
9KCIIEPUMEHTAIBHOM JAMArpaMMbl  YCTAIOCTHOTO
paspyuenwnsa ([IYP) KoHCTPYKIIMOHHBIX MATEPHAIIOB
C. {. fpema npemmoxun caenyrouiyio dopmyy [1]:
q
K -K,

max , (1)

uK S e —
( max) 0 Kfc _Kmax

I7le U — CKOPOCTh POCTA YCTAJIOCTHOH TPEITUHBI B
BBIOPAHHBIX eIUHHUIAX JJIUHBI 32 OAUH UK HATPY-
skenud; K .. — Tekyllee MaKCHUMaJlbHOE 3HAYEHUE
[UKTa U3MeHeHUus K03(UIMeHTa WHTEHCUBHOCTU
nanpsskennit (KUH); K, — moporosoe sHauenue

nukia uamenenns KUH, auxe KoToporo He mporic-
XOIUT POCT TpeuuHbl; K; — KPUTHIECKOe MAaKCH-
MainbHOoe 3HaueHme mukiaa KWH, mo gocrmxenum
KOTOPOTO IIPOMCXOAUT A0JOM obpasma (saeMeHTa
KOHCTPYKIIMU) 3a OAWH ITUKJ HArpy:KeHud; U, —
cKopocTb pocra Tpemwmebl npu K. .. =K, =
= (K, + K;)/2;  — mokasaTenb CTelleHH, XapaKTe-
PHU3YIOIIHI CPEHIOI CKOPOCTh YCTAIOCTHOTO paspy-
ureansa. CKOpOCTh pACIPOCTPAHEHUS TPEIUHBI B
KOHKPETHOM KOHCTPYKIIMOHHOM MaTtepuaje KOHTPO-
nupyercs sHadenueM K, ., mapameTpsi v, Ky, Ki, 1
g — TIOCTOSHHBIE MaTeprajia, XapaKTepHusyolne
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Puc. 1. 3aBuCUMOCTH CKOPOCTH POCTA YCTATIOCTHOM Tpelin-
HBI 0T MakcuManbHoro suavenus KMH

€r0 COIPOTHBIIEHUE POCTY YCTAJIOCTHBIX TPEIIHH.
BapuanTter dopmynbr (1) mogpoOHO paccMOTPEHbI
B [2].

HuarpammMbl paspyiieHus TBepAbIx Tenl [3], B
ToM uncie u JYP, onuceIBaior mepexos Tena oT Ie-
JIOCTHOTO COCTOSTHHUA K (PpParMeHTUPOBAHHOMY IIO-
CPECTBOM PA3BUTHUS W PACIPOCTPAHEHUS TPEIIHH.
Ilens manHOM cTaThu — MAaTEMATHYECKHUI aHATINU3 U
obob61rerre gpopmyast C. d. dpemsbr.

Ipunas vy, = 10°¢ m/mukn, K,, = 5 MIla - %%,
K;. = 50 MIla - Mm% u ¢ = 0,33, mocTpoum rpadux
opmynsr (1) B mosymorapupMuUecKux KOOPIUHA-
Tax (puc. 1).

O6paTvuM BHUMAaHME HA TO, YTO PYHKIHA, 00part-
Has dopmyre C. fd. dApemsr (1), T.e. 3aBUCUMOCTD
K.« OT U, 3amICHIBAETCA KaK

_ Ky +K (v/vy) e

K
1+ (y/vy)Ve

(2)

max (V)

Panee mamu nmokasano [4], uTo omepaTop
@)= ¥1(x) + y5(x)(x/x,)

1+ (x/xp)"

3)

ONHMCHIBAeT ILIABHBIN AudepeHITupyeMblii mepe-
xom oT (pyHEImu y;(x) K (PYyHKIIHH Yo(X) B OKpecT-
HOCTH 3HAYEHHUA X = X;, a [I0Ka3aTelb CTEIeHH N
KOHTPOJIHUPYET CKOPOCTh Iepexofa OT OTHOH (PyHK-
unu K gpyroui. Hanpumep, ecau

v, (%) =/x, (4)
yolx) = 1/x, (5)

X9 = 2, n = 10, To mepexop ot pyHrnwu (4) Kk QPyHK-
nuu (5) mpou3oHmeT B COOTBETCTBHU C (DyHKITHEH
(3), Kak ToOKa3aHo Ha puc. 2.

IIpu comocrapnennu yurnui (3) u (2) BUAHO,
yt0 pyHKnua (2) ABageTCd YaCTHBIM caydaeM PyHK-
nuu (3) mpu

yl(x) = Kt}u yZ(x) = Kfc7 n = 1/61, X =0, X9 = Up.
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Puc. 2. Oyurnusa nepexona y(x) or GyHKIUA y,(x) K PyHK-
unn yy(x): 1, 2 u 3 — dyurmuu y(x), y;(x) u y,(x) coorser-
CTBEHHO

Oyurnua C. d. dpemsr (2) onpenenser taxixe
mepexon ¢ oxHoro mocrosHHoro yposua KMH = K,
Ha Jpyroi mocroaHHbIH yposenb KUH = K. 9tor
mepexox O0OYCIOBIEH POCTOM YCTAJIOCTHOH Tpe-
mmHbl (puc. 3). Ilpu Takom moaxome waMepeHHAs
BEJIMYHHA — CKOPOCTh POCTa YCTAJOCTHOM TPEIIH-
HBI CTAaBUTCA B COOTBETCTBHE C HEKOTOPOH BBIYHC-
nsiemoni BenuuuHOM — KWH, s3aBucsineii ot AauHbI
TPEIIuHbl ¥ HOMHWHAJIBHOTO HAMPIKEHUd, IEHCT-
BYIOILIETO B HAIPABJIEHUH, [TEPIEHIUKYIIPHOM POC-
Ty TPEIUHBI.

B pa6ore [5] mokasamo, uro dyurnus (3) mpu
y1(x) = 0 myy(x) = 1, mpuHUMAOMIAA BUL

(x/x )™

F(x)=__21707
() 1+ (x/xp)™

; (6)

IIPeCTaBIAeT CO00M CBOEOOPA3HYI0 HHTETPAILHYIO
dyurmuo F(x) BEpOITHOCTH CIyYaHON BEJIHYHHBI
X, a ee IMPOU3BOAHAA MO X — IUIOTHOCTH BEPOST-
HOCTH CIy4aliHOM BEJIWYHHEI X

n-1
npx
_ xO[xOJ (7)

®yurnuio (2) moxuo nmpusectu K Bumy (6). asd sTo-
ro u3 9To¥ (pyHKIuM BbraTeM K, U pasmeauM Ioiy-
9EeHHYIO PAa3HOCTb Ha pasHoCTh Ky — Ky

Kmax(v)_Kth _ (U/UO)I/q

F = .
' Ky —Ky, 1+ (y/vg) '

(8)

Amnanor pyurumu (7) p(x) momyuaem muddepeniiu-
poBanueMm QyHKIuH (8) 110 U:

1/g-1
Ya[ 0"
Vo \ Yo

1/q

Breipaxenusa (8) u (9) MOXHO HWHTEPIPETUPOBATH
KAk MHTErpajbHY0 BEPOSTHOCTD M IZIOTHOCTH BEpPO-

p (V)= 9)
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Puc. 3. Nnnocrpanua nepexona (3) ¢ yposua K, (1) Ha ypo-
BeHb Kj (2), KOHTPOIUPYEMOT0 CKOPOCTBIO POCTA YCTAIOCT-
HOU TPEIINHBI

SITHOCTY CJIy4aiiHo¥ Benwunubl v. X rpadukn mpu-
BezeHsl Ha puc. 4. Opaunara rpadguka p;(v) yMeHb-
mena B 106 pas.

Bormpoc 0 BO3MOKHOM CTAaTUCTHYECKOH TPAKTOB-
ke opmyn (8), (9) u puc. 4 IPUMEHHUTEIBHO K IIPO-
IeccaM yCTAJOCTHOTO PAaCIPOCTPAHEHHS TPEIuH
TpeOyeT M3ydeHus W OCTAETCS B HACTOAIINEE BpeM:
BO MHOI'OM OTKPBITBIM. MO)RHO JIUIIb JOIIyCTHUTD,
YTO CIy4aliHOe COOBITHE COCTOMT B OOHAPY:KEHUH
YCTAJIOCTHOM TPEIIWHBLI B HEKOTOPOM 3JIEMEHTE KOH-
CTPYKIIMH, MAaTepual KOTOPOrO IOMIUHAETCH W3-
BecrHO¥ u muBapuanTHoi [ YP (cm. ypaBuenue (1)
u puc. 1). Torma, sKclIepHMEHTAIbHO OIPENEIUB
CKOPOCTBb pocTa U 00HAPYKEHHOH TPEIUHBI, MOKHO
OIIEHUTH JOJU UCIOIb30BaHHOM R, 1 octaTouHoi R,
sKuBydecT (pecypca) djIeMeHTa KOHCTPYKIIHH IIPH
HaJIMIUHN TPEIIUHBI ¢ IpuMeHeHneM opMyJIbl (8):

Riw) = F;), (10)
Rz(U) =1 —FI(U). (11)

Hampumep, ama v = 5 - 1077 m/mukn mo gopmynam
(10) u (11) moxyuaem coorBercTBeHHO R; = 0,109 u
R, = 0,891.

Ecnn saTpaueHHBIN pecype r; 0 JKUBYYECTH U3-
BECTEH, TO MOYKHO IMPUOIHIKEHHO IIPOHOPIIHOHAIBLHO
OLIEHUTD (PU3UUECKUI OCTATOYHBIH PECypC

Ry ()

= . 12
ro=ry R, (12)

B saxmiouenne orMeTuM, 9TO AJIS OIEHKH OTHO-
CUTENbHBIX J0JIeH pecypca He Tpebyercs 3HAHUS
KHWH pns snmeMenTa KOHCTPYKITUN, €CIIH CIIPABEIJIH-
Ba rurore3a 06 naBapuanTaoctd JYP. [l onenku
(usuueckoro pecypca B eIMHHIIAX BPEMEHU HJIH B
YHCIax IMKJIOB HATPYKEHUS HEOOXOIHMMO HHTErpH-
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Puc. 4. Unrerpansuas BepoarHocTs F,(v) (1) U MIOTHOCTH
BepoATHOCTH p;(v) + 106 (2) cKOpOCTH yCTAIOCTHOM TPEIIUHBI

poBanme ypaBHeHusa (1), 3aIIMCAHHOTO IIPHUMEHH-
TeJIbHO K paccMaTPUBAEMOMY JJIEMEHTY KOHCTPYK-
wu. Ho 5T0 BO3MOKHO JIHIIE TP W3BECTHOM pelile-
uun gua KUH piaa smemeHTa KOHCTPYKIIUH C Tpe-
IIMHOM.
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Hayunsie pesyapraTsl paboT HEOOXOUMO YIIOPSAOIHNBATh. BajKHOe 3HAYEHIIE UMEIOT €J[IHO-
o0pasHoe IOHUMAaHHe TEPMUHOB, 3HaHHe (DAKTOB ¥ TeHIeHIi paspurusd. Crarhs mMOCBAIIe-
Ha 00CY’KIEHUI0 9TUX BOIIPOCOB HA IPUMepe «MOJIETIH PerpecCHOHHOr0 aHaau3a (BOCCTAHOB-
JIEHWS 3aBUCUMOCTEH)>» B IEJIIX (POPMUPOBAHUS €AMHOM METOI0IOTMIECKOH 6a3hl s 06Cy K-
JIeHWs PasIMYHbIX YACTHBIX BOIIPOCOB B 3TOH 00s1acTh. PaccMoTpeHb! 4eThipe MeToia BoceTa-
HOBJIEHUS 3aBUCHMOCTH. BBIeIeHbI MOIETH METO/Ia HAMMEHBIIINX KBAIPATOB C IeTePMUHH-
PpOBaHHOI He3aBUCHUMOL nepeMeHHOI. CoracHO HOBOH HapagurMe IPUKIaTHON CTATUCTUKH
ClleMyeT CYWTATh pACIpeeleHHe OTKIOHEHUHU (IIOTPEIHOCTeH, HEBA30K) IMPOU3BOJILHBIM,
C OJIHUM OTPaHHYEHNEM — [ [OIyIeHUs IPEeIeIbHBIX PACIIPEeIEHIH OI[EHOK [1apaMeTpOoB
¥ 3aBUCHMOCTH [1€JIECO00PA3HO IPE/IIOJIOKUTh BHIIIOIHEHNE YCIOBHI IIEHTPAIBLHOHN IIPeIeih-
HOH TeopeMbl. J[pyroi OCHOBHOM THI BEPOATHOCTHO-CTATHUCTHYECKHUX MOZeJIeH MeTosia Hau-
MEHBIIKX KBaJ[PATOB OCHOBAH HA BHIOOPKE CIIyIaHHBIX BEKTOPOB. S3ABUCHMOCTD SIBJIIETCSA He-
napamMeTpHdYecKOd M paclipeesieHie ABYMEPHOIO BEKTOpa — Mpou3BOibHBIM. O6 OleHKe
AUCIIEPCHUHA He3aBHUCHMOM HepeMeHHOﬁ MOYKXHO TOBOPHUTH TOJIBKO B MOJE/IKM HAa OCHOBE BBI-
OOpKH CIIy4aiHbIX BEKTOPOB, 0 KO3((DHIMEHTe eTepMUHAIINN KAK KPUTEPUH KA4eCcTBa MOJIe-
JIA — TOJIBKO B CJIydae BBIOOPKH CIIy9aiHbIX BEKTOPOB. HccieoBanbl BOIIPOCHI CrIAKHBAHS
BPEMEHHBIX PAO0B. PacCMOTPEHBI METOBI BOCCTAHOBJICHUS 3aBUCUMOCTEH B IMIPOCTPAHCTBAX
obe#t mpupozst. [Tokasano, 4To mpeneabHoe pacipeiele e eCTeCTBeHHOM OLEHKH pasMep-
HOCTH MOJIEJIH SBJISETCI TeOMETPUIECKUM, a [TOCTPOeHNe MH(OPMATUBHOTO IIOMHOMKECTBA
MPU3HAKOB HATAIKUBAETCT HA 3 eKT «B3mayBaHusa K03 PUIMEHTOB Koppessamum». Obcy:x-
JIAI0TCS PasjIMIHbIE TTOIX0IbI K PErPECCHOHHOMY aHAIN3Y HHTEPBAIBHBIX JAHHBIX, KOHCTATH-
pyeTcsi yXo[ B IPOIILTOe ITOAX0/Ia TAK Ha3bIBAEMOTro KOH(IIHTHOrO ananu3a. Muoroobpasue
MOJIeJIell PerpecCHOHHOrO aHaIN3a MIPUBOJUT K BBIBOAY, YTO HE CYIECTBYET €IMHOM «CTaH-
JapTHON Mozenn». Kpurudeckuii pasbop yCTOSBIIUXCS B3IVISAI0B HEOOXOIUM IS KBAIM(U-
OUPOBAHHOIO PA3BUTHA U MPUMEHEHHUS MATeMaTHIeCKHX METOJOB HCCIAEJOBAHUSA, B YaCT-
HOCTH, JIJIS TIepexo/ia Ha COBPEMEHHYI0 ITapafiurMy IIPUKIaTHON CTATUCTHUKHU.

KiroueBbie coBa: MareMaTHYECKAs CTATHCTHKA; HOBAsS IApaJWrMa IIPUKIAIHOM CTATH-
CTUKU; PEeTPeCcCHOHHBIN aHalm3; MeTol HauMeHBIINX KBagpaToB; HellapaMeTpudecKas CcTa-
THUCTHUKA; HEYUCIIOBAA CTATUCTUKA; OIeHKA Pa3MEepPHOCTH MOJEIH; CTATUCTHKA NHTEPBAIILHBIX
TaHHBIX.

DIVERSITY OF THE MODELS FOR REGRESSION ANALYSIS
(generalizing article)
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of Physics and Technology; Moscow, Russia; e-mail: prof-orlov@mail.ru
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Streamlining the results of scientific research entails the necessity of the uniform understanding of
terminology, accumulation of facts and insight of the development trend. We consider those issues on
the example of “regression analysis model (recovery of the dependencies)” to form a unified method-
ological base for discussing various particular issues in this field. Four methods are considered. The
models of the method of least squares with deterministic independent variable are singled out. Accord-
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ing to the new paradigm of applied statistics, the distribution of deviations (errors, discrepancies)
should be considered arbitrary, with one restriction, to obtain the limiting distributions of the esti-
mates of parameters and dependencies, it is expedient to assume the fulfillment of conditions of the
central limit theorem. The second basic type of probabilistic-statistical models of the method of least
squares is based on a sample of random vectors. The dependence is nonparametric and distribution of
the two-dimensional vector is arbitrary. Estimate of the variance of the independent variable can be
considered only in a model based on a sample of random vectors, as well as the coefficient of determina-
tion as a criterion for the quality of the model. The issues of smoothing time series are discussed.
Methods of reconstructing dependencies in spaces of general nature are considered. It is shown that
the limiting distribution of the natural estimate of the dimensionality of the model is geometric, and
construction of the informative subset of features comes across the effect of “inflation of the correla-
tion coefficients.” Different approaches to the regression analysis of interval data are discussed: the ap-
proach of confluent analysis becomes a thing of the past. An analysis of the variety of models of regres-
sion analysis leads to the conclusion that there is no single “standard model.” Critical analysis of the
hardened beliefs is necessary for competent development and application of mathematical methods of
research, in particular, for transition to a modern paradigm of applied statistics.

Keywords: mathematical statistics; new paradigm of applied statistics; regression analysis;
least-squares methods; nonparametric statistics; non-numerical statistics; estimation of the

dimensionality of the model; statistics of interval data.

3a croserusa paspabOTKX MaTeMATHYECKHUX METOI0B
WCCIIeJIOBAHUS HAKOIUIEH OTPOMHBIA MACCHB HAydY-
HBIX pe3ynbraroB. Tax, eme 30 ser Hasang MEI ore-
HuBanu [1] umcio craredl M KHUT B STOM 06JacTh
kak 106, B ToM umcie aKTyanbHBIX AJIA COBPEMEH-
HBIX HccaenoBarenedl — kak 10°. CKOIbKUMH CTATh-
AMH WM KHHUTraMHWu MOKEeT OBJIaAeThb OOUH ‘{eJIOBeK?
Boabmuuerso — 103, orgenbHble HauGodee mpo-
OBUHyTBIe quna — 10% 4To Ha ofMH-IBA MOPAAKA
MEHBIIle, YeM 00BbEeM HAKOIUIEHHBIX HAYYHBIX pe-
3yJbTATOB.

CnemoBaTenbHO, HEOOXOAMMBI PabOTHI IO YIIO-
PAAOYECHHUI0O HAKOIIJIEHHBbIX HAYYHBIX Pe3yJIbTaTOB.
s ycoemnrHoi paGoThl BAKHO eIMHO0OpasHOe IIo-
HUMaHWe TePMHUHOB, 3HAHHE (PAKTOB M TEHIEHITHIH
pasButua. O6cyquM 3T BOIIPOCHI HA MIPUMEPE «MO-
e PEerpecCHOHHOr0 aHaiu3a (BOCCTAHOBJICHUS
3aBUCHMOCTEH)» B IENIX (DOPMUPOBAHUA EIWHOM
METOMOJIOTHYECKOM 6a3bl I OOCYKIEHUSI Pas3iud-
HBIX YACTHBIX BOIIPOCOB HTOM 00JIACTH.

‘Ie'rmpe MEeTOJa BOCCTAHOBJIECHHA
3aBHCHMOCTH

B mpocreiitiem ciyyae nMmeercd ofHa He3aBUCH-
Mas { ¥ OfHA 3aBHCHMAas X KOJHYECTBEHHbIE IIepe-
menubie. Tpebyercs ykasarh (Kak roBOpAT, BOCCTa-
HOBHTb) (DYHKIIHIO, OIKCHIBAIOIIYI0 3aBHCHMOCTD X
oT ¢.

B mpocreiiiem ciydae IpuHUMAIOT, 4TO 3TA 3a-
BUCUMOCTL — nuHenHad: x(¢) = at + b. Ucxonubie
IaHHble — HAOOP n ABYMEpHBIX BekTopos. Ilpen-
II0JIATAeTCsI, YTO HMMEIOTCS OTKJIOHEHHS OT JIMHEeH-
HocTH, T.e. x; = at; + b + e, tmee;, 1 =1,2, ..., n, —
rorperrHocTy (OTKJIOHEHHs, HeBsI3KH). Heobxomumo
OIIEHUTH HEHU3BECTHBIE ITapaMeTPhI a U b.

Kax wm3BecTHO, OIEHHTH HX MOIKHO PA3SHBIMH
crmocobamu. Tak, rpadudecknii MeTo;q COCTOMT B
cnepytoriiem. Toukm (¢, x;), 1 = 1, 2, ..., n, HAHOCAT

Ha IUIOCKOCTb M IIPOBOJAT C IIOMOIIBIO JIHHEHKH
NPAMY0 JIMHHAI0, HAWIYYIIAM 06pasoM HpuOIm:Ka-
OIIYI0 OTH TOYKH (MOKHO MCIIOJIb30BATH MUJIJIUMET-
poByto Oymary uiu omiuio «Koppendaiuonuoe moxe»
B IIPOrPaMMHOM MHPOAYKTE IJIs PA00ThI C SJIEKTPOH-
ueivu Tabaunavu Excel). HemocraTtkun — cyObexTH-
BHU3M W HEBO3MOKHOCTHh TOYHOI'O OII€EHUBAHUA 3aBH-
CHUMOCTH U €€ I1apaMeTpOB.

Yare ucronab3yoT pacyeTHbie Meroabl. OCHOB-
Hasg Uaes COCTOUT B TOM, 4TOObI MUHHUMU3HUPOBATH
OITHOBPEMEHHO BCe OTKJIOHeHus X; —at; — b. Peamnu-
30BaTh 9Ty WA MOKHO Pa3IUYHBLIMH CIIOCOOAMIU.
B merome HaMMeHBIIMX MOAYJIEH MHHUMH3HPYIOT
1o a u b pyHKIIHIO

gla,b)=)"|x; —at; -],

=1

B merome mMmHMMarca B KadecTBe IIOKa3aTesd
CYMMapHOTO OTKJIOHEHUS BMECTO CYMMBbI MOIYJeH
MUHUMHU3HUPYIOT MAKCUMAaTbHOE OTKIOHEHNE

h(a,b) =max|x; —at; —b|.
1<i<n
B 1794 r. K. T'aycc paspaboran MeTo; HAauMeHbIIINX
KBaJpaToB, OCHOBAHHBIN HA MUHUMHU3AITUH

fla,b)=> (x;, —at, —b)2.

=1

Merto i HAUMEHBIITUX KBAAPATOB BBITJIIUT Me-
Hee eCTEeCTBEeHHBIM, YeM MEeTOJ HAUMEHBIIINX MOJY-
e u Meron MuUHHMAakKca. [lefdcTBUTENbHO, moYeMy
KBazpar, a He apyras crenensb? OTHAKO UCIIOIb3YIOT
M TPUMEHSIOT WMEHHO MeTOJ HAWMEeHbIIHNX KBa-
nparoB. Ilouemy B KOHKypeHTHOH 6opbbe mobemut
nmeHHO 3T0oT Meroxn? Ilo Hamemy mMHeHwIo, meno B
TOM, YTO OIIEHKH IIapaMeTpoB a U b Meroma Hau-
MEHBIIINX KBAAPATOB, MOJAy4YEeHHBIE B pEe3yIbTaTe
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vuHuMusanuu f(a, b), 3amarnTcsi dIeMeHTaAPHBIMU
dopmynamu (cMm., Hanpumep, [2]), B To BpeMd Kak
OIIEHKH I[TapaMeTpoB I ABYX APYTHX METOIO0B MO-
I'yT OBITH HAWEHBI JMIIL C IIOMOIIBI0 UHCICHHBIX
anmroputmoB [3]. Iaa munumusamnuu fla, b) MOKHO
KCIIOJIb30BATh YACTHBIE IIPOM3BOIHBIE 3TON (QYHK-
UM II0 ITapaMeTrpam a u b, B To Bpems Kak g(a, b) u
h(a, b) me quddepeHIEPYyEMBI 13-32 HATUYNS B HUX
monayisa. Hamwawe TOYHBIX (OpPMYys He TOJIBKO
o0jieryaeT BBIYMCACHHE OLIEHOK METOAa HANMEHb-
IIUX KBAIpaToB, HO U IO3BOJISET IVIyOOKO H3YYHTH
CBOMCTBA HTHUX OIIEHOK.

B mposenenubix paccyskaeHuAx He ObUIO HUKA-
KHUX BEPOATHOCTHO-CTATUCTHYECKUX Mojeied. [l ei-
CTBUTEJIbHO, METOJ HAaNMEHBbIINX KBAaAPaTOB U OPY-
rHe paHee yIOMSIHYThIE METOIbI MOKHO PACCMAaTPH-
BaTh B paMKax Teopuu npubamkenuit. OnHaKo ecau
11eJ1eco00Pa3HO TEPEeHeCTH BHIBOJBI C HAbOpa TOYEK
t, x;),1 =1, 2, ..., n, HA 60JIee MIUPOKYIO COBOKYII-
HOCTB, TO HeO6XO]_'[I/IMO BBECTH BEPOATHOCTHO-CTATHU-
CTHUUYECKHe MOJIeNN, HalleJIeHHbIe Ha IIePexXo]] OT BhI-
OOpKH K TeHepaaIbHON COBOKYITHOCTH.

PaccmoTrpuM mBa OCHOBHBIX THIIA BEPOATHOCT-
HO-cTaTHCTHUYECKHUX Mopeineii. iMmeercs macca mure-
PaTypHBIX HCTOYHUKOB, ITOCBAIIEHHBIX MOIEIIM
PEerpeccroHHOr0 aHajan3a (BOCCTAHOBICHUS 3aBUCH-
MOCTeH), II03TOMY JAaeM CChLIKH JIWIIb Ha Te IIyOJIu-
KaIluH, KOTOPbIe HeOOXOMAMMBI II0 X0y H3JI0KEHHUS.

Mogean ¢ neTepMUHHUPOBAHHOM
HEe3aBHCHUMOMU IepeMeHHON

IITupoxo mpUMEHSAIOTCA MOIENH C JeTEPMUHUPO-
BaHHOM HE3aBUCHUMOM KOJTWYECTBEHHOU IlepeMeH-
Hou ¢. Iy 3aBHCHUMOM KOJIHYECTBEHHOM IIepeMeH-
HOU X CILy4aWHOCTH BBOJUTCS C IIOMOIIBIO PABEHCTB
x; =at; + b + e;, B IpaBoil 4aCTU KOTOPBIX CTOAT
cliydafiHble TOTPENUIHOCTH (OTKIOHEHWS, HEBI3KH)
ey, €9, ..., ,. OTIUMUUTEIbHAA YEPTA ITOTO THUIIA MO-
JleJiell COCTOUT B TOM, YTO He3aBUCHMAs IlepeMeHHas
ABJIAETCA [MeTEePMUHHUPOBAHHOM, a 3aBUCUMAad —
CIy4aiHou.

B 6asoBoit Mozenu cirydaliHble BEIHYUHEL €1, €9,
...y €, TIPETIONATAI0TCA He3aBUCUMbBIMU U OTMHAKOBO
pacmpenenerHbIME. KakoBo ux obliee pacmpeneie-
ure? B ycrapeBmiux JIuTepaTypHBIX HCTOYHUKAX
YacTo IPUHUMAIOT, YTO UX pacupeeseHue IBIsSeTCs
HOpManbHBIM (rayccoBckuM). OmHAKO XOpOIIO U3-
BECTHO, YTO IIPAKTUYECKU BCe pacIpeneeHus pe-
aIIBHBIX JAaHHBIX He ABJIAITCI HOpMaJbHbIMU [2, 4].
ITosToMy corsacHO HOBOM HapagurMe IPHUKIATHOLN
CTATUCTUKU [5] clemyer cuuTaTh pacmpeneieHue
CIyJalHBIX BEJIWIUH €, €y, ..., €, IIPOU3BOIBHBIM,
C OJHUM OTpaHWYEHUEM — JJI TOIyIeHUA Ipeeib-
HBIX paclipefieleHU OlleHOK ITapaMeTPOB U 3aBUCH-
MOCTH I1eJIeco00pasHO IIPEIIIOI0KUTh BBIIOJHEHHE

YCIIOBHU IIEHTPAJIBLHOU IIpPeJeIbHON TeopeMbl, TO4-
Hee — ycaoBus JIlunmebepra [6].

CorumacHo [7] Momenb BOCCTAHOBIEHUS 3aBUCH-
MOCTH C HE3aBHCHUMBIMH OJUHAKOBO PaCIpeneseH-
HBIMH CAyYaHHBIMH MOTPEITHOCTIMH, HWMEIOIIUMHU
pacrpenienieHud MPOU3BOJILHOTO BHA, HA3BIBAETCA
Henapamerpudeckoi. IMEHHO ee cielyeT HCIIONIb-
30BaTh HA MPAKTHKE, IIOCKOJBKY IMapaMeTpUIecKas
MOJIeJIb PETPECCHOHHOTO aHAIN3a, 0COOEHHO C HOp-
MaJbHBIMH OLIMOKAMU, HE COOTBETCTBYET peajb-
HOCTH. 3[leCh IIO]] ITapaMeTPUIecKOi MOMAENBI0 II0-
HUMalT MOJENIb, B KOTOPOM pacCIpemeseHusd IIo-
IPeIHOCTed MPUHAMIEKAT TOMY WX WHOMY Iapa-
METPHUYECKOMY CEMEHMCTBY — IIO/ICEMEMUCTBY 4YeThI-
pexmapamerpudeckoro cemeiicrea K. Ilupcona [8].
Ecnu B onmcanum aaropuTMa perpeccHoOHHOTO aHa-
Jn3a UCHOJB3YIT pacupenenenHud CTbiogeHTa WUIU
durrepa, To He0OXOUMO KOHCTATHPOBATD, UTO Pac-
TpeeJIeHNs MOTPENIHOCTeH IIPEeIoIaraloTca HOp-
MaJTbHBIMH, CJI€I0BATEIbHO, AaJITOPUTM HE CO-
OTBETCTBYeT HOBOU IlapaJurMe IIPUKIATHOM CTa-
THUCTHUKH.

Ot1MeTHuM, 4TO IIpU HETTAPAMETPUIECKOH MOIEIH
IIOTPELIHOCTEH caMa 3aBUCHUMOCTH ABJIAETCA IIapa-
Merpuueckoii. Kax mokasamo B mambHedIeMm, ume-
I0TCA MHOTO BapUAHTOB IIOCTAHOBKU 3a/[a4 Hemapa-
METPUYECKON perpeccum.

IIpocreitimas Momenb o6o6iaerca B ABYX Ha-
MPaBJIEHUAX — TEePexo] OT JUHEHHOU MOAeNTu K 60-
see o01eMy BUy 3aBHCHMOCTH U OTKA3 OT HE3aBU-
CHMOCTH M OJMHAKOBOH PACIPeIeI€HHOCTH IIOTPeIll-
Hocrei. Ilapamerpuueckas 3aBUCUMOCTH [OJLKHA
ObITH TUHEHHOU Mo mapaMmerpam. Hampumep, tumo-
BOU ABJAETCA 3aBUCUMOCTh

X; = alfl(ti) + a2f2(ti) + ...+ amfm(ti) + e;,
1=1,2,..,n, (1D

rae qyurimu f(8), fo(b), ..., f,,(t) 3amanbl, a mapamer-
pEI a4, Q9, ..., Q,, HOMJIEKAT OIleHKe MeTOAOM Hau-
MEeHBIINX KBAgpaTroB. B uacTHOM ciydae, Korga
f@) =t-1 k=1,2, .., m, 3aBucumocts (1) omucer-
BaeTCdad MHOT'OYJIEHOM. ECJIH He 3aBUCHMOCTDb HE fAB-
jIgeTcsa JMUHEWHOM IIo IapaMeTpaM, TO MHUHUMM3a-
IOUIO B METO/JI€ HAUMEHBIIIUX KBa/I[PAaTOB MOMKHO IIPO-
BECTH JIMIIb YUCIEHHO, & TeOpPeTHYeCKoe H3ydeHue
CBOMCTB OITeHOK BCTpeYaeT CIOKHOCTH.

Ilepexox ot omHOI HE3aBHUCUMOM IIEPEMEHHON K
HECKOJIbKUM He IIpefcTaBideT MeTONO0JI0THYeCKUX
CJIOKHOCTEU.

MHoro mocTaHOBOK IIOPOKIAET OTKa3 OT He3a-
BHCHUMOCTH U OJMHAKOBOM paclipefieIeHHOCTH IIO-
rpetHocTed. Hampumep, auciiepcuu He3aBUCHMbBIX
IIOT'PeIIHOCTel MOTyT 3aBUCeTh OT HE3aBUCUMOM ITe-
peMeHHOH ¢, HanpuMep JuHelHo. BosHukaroiiue B
TaKOH ITOCTAHOBKE MpPo0JieMbl paccMoTpeHbl B [9].
OTka3 oT He3aBUCHUMOCTH IIPUBOAUT K OOJiee CIIOXK-
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HBIM MOJEJISIM, ITOCKOJIBKY 3aBHCHMOCTh MOJKHO MO-
IenupoBaTh MHOTMME criocobamu. Hawmbomee mpo-
CTOM sBJIIETCI MOJEIb, B KOTOPOH BCe Mapbl II0-
TPELIHOCTeH KMMEIOT OAMHAKOBBIE KOD((UITIEHTHI
Koppemsamnuu. B paccmarpuBaemoii o61acTu HE00X0-
IUMbI HOBBIE HCCIIEIOBAHUS.

Monenu anamn3a CIydIaWHBIX BEKTOPOB

Bropoit THO  BepOSTHOCTHO-CTATHUCTHYECKHUX
MOZie/Iell OCHOBAaH Ha BbIOOPKE CIyJYalHBIX BEKTO-
poB. B Takux Mopmensx HCXOgHbIE MaHHbBIE B IIPO-
CTeHIeM ciaydae — JBYMepHBbIE CIydaillHble BEKTO-
pot (x;(w), y;(w)), 1 =1, 2, ..., n, onpeneseHHble HA
OIHOM H TOM K€ BEPOATHOCTHOM IIPOCTPAHCTBE.
B 6a3oBoii Mmozenu Bce 9TH ciiydaiHble BEKTOPBI He-
3aBHCHMBI ¥ OTUHAKOBO PaCIIpeleeHbl C BEKTOPOM
(x(w), y(®)). B kKauecTBe olleHUBaeMOi 3aBUCUMOCTH
paccMaTpUBAOT YCIOBHOE MaTEMATHYECKOE OKHIa-
HEe y(0) IPU YCIOBUU 3aTaHHOTO 3HAYEHU X(®).

Ilycrs cayuatinerii Bexktop (x(w), y(w)) mmeer
ILUIOTHOCTB p(x, y). Kak u3sBecTHO U3 TEOpHUHU BEPOAT-
HOCTeH, IIOTHOCTh YCJIOBHOTO pacupemenenus y(w)
TIPH YCJIOBUH X (W) = X, ©UMEEeT BUJ

Py %) = p(y| 2(e) = x) :MP(LLV)

YcoBHOE MAaTeMaTHIECKOe OXHuJgaHue, T.e. perpec-
CHOHHYIO 3aBHCHUMOCTD Yy OT X, MOMHO 3aIluCaTb Kak

40 [ ap(x, y)dy
@) = [ yp(ylwdy = 22—
- [ Pz, 9)dy

—00

Takum o6pasoM, I HAXOKIEHUS OLIEHOK per-
PECCHOHHOM 3aBHCHUMOCTH JOCTATOYHO HAWTHU OLIEH-
KH COBMECTHOM INIOTHOCTH PACIIPeNeIeHNs BepOosT-
HOCTH p,,(X, y) TaKkue, 9T0

pn(x,y) = plx,y)

pu n — . Torga HemapamMeTpuiecKad OIeHKa per-
peccruoHHOM 3aBUCUMOCTH

[ 30, (6, )y
AP
[ P, )dy

—00

IIPHU 1 —> 00 ABJIAETCA COCTOATENIbHON OIeHKOH pe-
rpeccHy KakK YCJIOBHOIO MaTeMaTHYEeCKOTO OKH/a-
HUA, T.€.

fr) = flx).

OO61uruit TOaX0/ K IMIOCTPOEHHIO HeapaMeTPUIeCKUX
OITEHOK IIJIOTHOCTU pacipeeeHus BepPOATHOCTEH B
MIPOCTPAHCTBAX PA3JINIHOHN MIPUPOALI PA3BUT B Psie
nyb6aukanui (cM., HampuMep, [2]), mociaegHei us Ko-
TOPBIX ABIsIeTCI craTha [10].

Takum obpasom, eciau BbIOOPEKA (x;(w), y;(®)),
1=1, 2, ..., n, COCTOUT U3 CIy4alHbIX BEKTOPOB, TO
0aszoBasg MOIeNb BOCCTAHOBIIEHUS 3aBUCHMOCTHU SB-
JIieTcd ABOMHOM HellapaMeTPU4ecKOH, T.e. 3aBHUCH-
MOCTh — HemapaMeTpuyecKas Hu paclpeneaeHue
IBYMEPHOI'0 BEeKTOpa — IIpou3BosibHOe. Kak y:xe or-
MeJayioCh, MPUHUMATh THIIOTe3y MHOTOMEPHOIH HOp-
MAaJbHOCTH HET OCHOBaHWI. B HEKOTOPBIX Cciaydasx
[OJIE3HBI IAPAMETPUYECKHE MOMIEIH 3aBHCHMOCTH,
HaIpuMep,

y = bltpl(x) + b2q)2(x) + ... + bm(Pm(x) + ey, (2)

rae QYHKIUH @(x), Pg(x), ..., @,,(x) 3amaHbI, a mapa-
MeTpsI by, b, ..., b, TOIIEKAT OIIEHKE METOI0M Hau-
MeHbIIUX KBagparoB. B ormumuwme ot (1), B mpaBoi
yactu (2) Bee ciaraeMble — CIyYaiHble BETHUUHBI.

Urak, nBe ocHOBHBIE MOJETN OCHOBAHBI HA [e-
TEPMUHUPOBAHHON HE3aBUCUMOU IIEPEMEHHOH WU
BBIOOPKE CIyYaHHBIX BEKTOPOB COOTBETCTBEHHO.
XoTa pacueTHbIE AJITOPUTMBI METOAA HAWMEHBIINX
KBa/IpaTOB BO MHOTOM COBIIQAIOT, HO MHTEPIIpEeTa-
UM Pe3yJbTaTOB pPACYETOB MOTYT pPas3IuIaThCA.
Tak, 06 olleHKe IWCIIePCHH HEe3aBHCHMOK IIepeMeH-
HOH MOJKHO TOBOPUTBH TOJHKO B MOJIENH HA OCHOBE
BBIOOPKH CIyYalHBIX BEKTOPOB, PABHO KAK U O KO-
sdpdurreHTe HEeTEPMUHAIINN — KAK KPUTEPHUH Ka-
JecTBa Mojielu. B ciayuae momenu Ha OCHOBE JieTep-
MUHHUPOBAHHON HE3aBUCHMOM IIepeMEHHOMN MOIbIT-
KU NPUMEHATb K03 UIMEHT AeTEPMUHAIINN B Ka-
YeCcTBe KPUTEPHs KaYecTBA MOJEIH MOTYT IIPHBECTH
K TPyOBIM OmImbOKaM.

CriaxxuBanne BpeMEHHBIX PIAIOB

C dopmanbHO TOYKH 3peHU BPEMEHHbIE PAIbI
SABJITIOTCSA YACTHBIM CIIy4aeM MOojesel ¢ JeTepPMUuHU-
POBaHHOU He3aBUCUMOM IepeMeHHOM, B KadecTBe
KOTOpO¥ paccMmaTrpuBaerca BpeMmd t. Ilpu stom mms
3aBucuMON nepemenHoi X(f) yacTo paccMaTpPUBAOT
AITUTUBHYIO MOJIETh

Xt) =Tk + Pt) + R@®), 3)
roe T(t) — TpeHn, 3agaioUi IEHTPAILHYI0 TEH-
menmuio; P(f) — mepuommyeckas COCTaBIIAIOIIALT;

R(t) — cnyuatinaa cocrapisomasn. HMHorma pac-
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CMATPHUBAIOT MYJIbTHILIUKATHBHYI Momenb X(t) =
= T(#)P{)R(t), omHAKO OHA HE MMEeeT CAMOCTOSATE I b-
HOTO 3HAYEHUS, TOCKOJIBKY IIOCIIE JOrapu(pMupoBa-
HHUS II€PeXoauT B Momenb (3) mmsa morapudMoB
BKJIIOYEHHBIX B MOJIETb COCTABIAIOIIUX.

s mogenu (3) paccMaTpUBaIOT pa3IudHbIE Ba-
puaHThI Hemapamerpuku. Hampumep, tpeux T(¢)
MOJKET 3a/[aBaThCAd JUHEHHOH (DYHKIIHEH, a IepHo-
nugeckas cocrasiaionias P(f) — 6bITh MPOM3BOJIE-
HOli. MeTonpl HemapaMeTpPUYEeCKOTO OI€HHBAHUI
IepUOAUYECKOM COCTABIAIONIEN VI TaKOW MOJeIn
paspaboraus: B [11].

Ot HE3aBHCUMOCTH OTKJIOHEHUH MPUXOIUTCS OT-
Kas3aThCs MPU IBMKEHUH OT TUCKPETHOTO BPEMEHH K
HempepbsIBHOMY. B mpenene oTKIOHEHUS MOIEIUPY-
I0TCA CIyYalHBIM IIPOIIECCOM C HEIIPEPBIBHBIMHU TPa-
eKTopuaMu. Tax moCcTymalT HpH MOAETHPOBAHUU
OIVUHAMUKHA KypCOB akKnuil u BaiioT. Maremarude-
CKafd TeopUsd OLIEHWBAHUA B Cllydae HeIPepPBhIBHBIX
CIy4aMHBIX IIPOIIECCOB CYLIECTBEHHO OTINYAETCI OT
TaKOBOM B CIy4ae BHIOOPOK MOTPEITHOCTEH.

MeToabl BOCCTAHOBJIEHUS 3aBUCHMOCTEMN
B IIPOCTPAHCTBAX OOIIEH HMPHPOILI

O6cyaum Momen PerpecCHOHHOr0 aHAIN3a B 00-
uem Bumge. CHavama paccMOTPUM MapaMeTPHUIECKue
ITOCTAHOBKM 3a/a4 PEerpecCHOHHOr0 aHammsa (Boc-
CTAHOBJIEHUS B3aBHCHMOCTEH) B MPOCTPAHCTBAX
MPOU3BOILHOM IPUPO/BL, 3aTeM — HelapaMmeTpude-
CKHe, TIOC/Ie Yero IepeiieM K OIeHHBAHUI0 HEeYHC-
JIOBBIX IMApPaMeTPOB B KJIACCHYECKOW CHUTyaIluw,
KOT[]a OTKJINK W (PaKTOPHI IPHHUMAIOT YHCIOBBIE
3HAYEHUS.

3adanwa annporcumayuu 3asucumocmu (napa-
mempuueckoil pezpeccut). Ilyers X u Y — Hekoro-
pble mpocrpancrBa. IlycTs wMeroTca craTHCTH-
yeckue gaHHble — n map (X, y;), rme x, € X, vy, € Y,
k=12, .., n. Sagano mapaMeTpudecKoe IIPOCTPaH-
cTBO ® MPOU3BOIBHON IPHUPOIBI U CEMEHCTBO (PyHK-
nui g(x, 0): X X @ - Y. Tpebyercsa momobparh ma-
pametp O € O Tax, uTobs1 g(x;,, 0) HaMTyIIITEM 06pPA-
3oM mpubmmxanu y,, k=1,2,..,n. Ilycrs f, —
MTOCIEI0BATEILHOCTD TOKA3aTeaeld pasiaudus B Y.
[Ipu cpemaHHBIX TPEANONIOKEHUAX mapamerp 0O
€CTECTBEHHO OIIeHWBATb IIyTEM peIleHus SKCTpe-
MaJIbHOU 3a/1a4u:

0, =argmin ) _ f,(g(x,,0),y,). (4)
0O k=1

Yacro, HO He Bceraa, Bee f;, coBmananT. B kmaccuue-
% X =R Y=R!

CKO¥ IIOCTAHOBKe, KOTrja , , yHKIINH

[ pPasnuMYHBI MPU HEPABHOTOYHBIX HAOIIONEHHUAX,

HAIpPUMep, KOT[a YUCJIO OIBITOB MEHSIETCA OT OXHOM

TOYKH X TIPOBEIEHUS OIBITOB K JPYTOM.

Ecmu f,,(y1,y2) = fy1,¥2) = (y1 —y2)?, TO mOmy-
yaeM OOIIyI0 II0OCTAHOBKY METOA HAWMEHBIIIHX

KBaJ[paToB:

n
0, =arg min ) (g(x;,0) —y,)2.
0e® k=1

B paMkax meTepMHHHUPOBAHHOTO AHAIW3A MAHHBIX
ocTaercd eMUHCTBEHHBIH TEOPETHYECKUH BOIPOC —
o cymecrBoBanuu 0,. Eciu Bce yuacrBymomue B
dopmyupoBke 3anaun (4) QPyHKIIMU HETIPEPHIBHBIL,
a MuHEMyM Oepercs o GuroMmIakTry, To 0, cyrmie-
crByeT. ECTh M WHBIE yCIOBHS CyIeCTBOBAHUSI 0,
[12].

[Ipu nosBIeHUM HOBOTO HAGIIOMEHHUSI X B COOT-
BETCTBUH C METO/IOJIOTHEH BOCCTAHOBIEHUS 3aBUCH-
MOCTH PeKOMEH/YeTCsI BHIOUPATH OLIEHKY COOTBETCT-
BYIOIIIETO Y TI0 IPaBUITy

y* =g, 0,).

O60cHOBATH TAKYI0 PEKOMEH/IAIINIO B PAMKAX JeTep-
MHUHHPOBAHHOIO aHAIN3A JAHHBIX HEBO3MOKHO. JTO
MOKHO CAeJIaTh TOABKO B BEPOITHOCTHOM TEOPHH,
PaBHO KaK W M3YyYUThb ACHMIITOTUYECKOE IOBEIEHIe
0, MOKa3aTh COCTOATEIBHOCTD 3TOM OIEHKH.

Kak u B KIaccuyeckoM ciiydae, BEpPOATHOCTHYIO
TEOPHIO I1eJIeCO00PA3SHO CTPOUTH AN TPEX Pas3jIvd-
HBIX IIOCTAHOBOK.

1. Ilepemennas x — gerepMuUHHUPOBAHHAS (Ha-

mpuMep, Bpems), mepeMeHHas y — ciaydaiHasa, ee
pacmpejienieHre 3aBUCHUT OT X.
2. CoBokymHocTb (X3, y1), B =1, 2, ..., n, — BBI-

O0opKa M3 pacIpeieleHus CIyJaiHOTO dJIeMeHTa CO
sHaueHuamMu B X X Y.

3. Umeerca merepMuHUpOBaHHBIN HAO0Op map
(%o, Yeo)», B =1,2,..,n, pesymbraT HAOIIOJEHUS
(x, y3,) ABIsIETCA CAYyYaMHBIM SJIEMEHTOM, pacIpese-
JIeHHWE KOTOPOTO 3aBUCHUT OT (Xp(, Ypo). OTO IIOCTAHOB-
Ka TaK Ha3bIBA€MOTO KOH(IIOOHTHOTO aHAIN3A.

Bo Bcex Tpex ciayuaax
fn((}), 6) :Z fk(g(xk7 6)7 yk)7
k=1

OTHAKO CIAyYaHHOCTb BXOIUT B IIPABYI YacTb
[M0-Pa3HOMY B 3aBHCHMOCTH OT ITOCTAHOBKH, C KOTO-
POt CBA3AHO U OIIpefiesieHNe TPeeTbHON PYyHKIINT
1(6).

IIpomie Bcero Beirmaaut f(6) B ciayyae BTOPOI
MMOCTAHOBKY TIpH [}, = f:

f10) = Mf(g(x, 6), y).
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B ciyuae nepBo# mocTaHOBKH
£(6) =lim >’ Mf,(g(x;,0),y,()
n—»w 1

B IIPEIOI0KEHUH CYIIeCTBOBAHUA YKAa3aHHOTO IIpe-
nmena. Curyanusa ycinomxHsaeTca Iad TPeThbel mocra-
HOBKH:

£(0) =lim > Mf, (g(x, (), 0), y, ().
n—ow

Bo Bcex Tpex ciayduasx Ha OCHOBE OOIIUX Pe3yiIbTa-
TOB O IIOBEOEHHUU peIHeHI/Iﬁ IJKCTpeMaJIbHbIX CTaTH-
CTHUYECKHUX 33714 MOKHO U3YIUTh ACHMIITOTHKY OIle-
HOK 0, MeTomaMu HEYHMCIOBOH craructuru [12].
[Ipu BBINOTHEHWH COOTBETCTBYMIOIIMX BHyTpHUMAaTe-
MAaTHYECKUX YCIOBUU PETY/SAPHOCTH OIEHKH OKAa3bI-
BaIOTCI COCTOSTEIbHBIMH, T.e. YIAETCH BOCCTAHO-
BUTB 3aBUCUMOCTb.

Annpoxcumayus u pezpeccus. CooTHOIIEHHE
(4) maer pemreHue 3amayun amnnpoxcumarmu. Ilosc-
HUM, KaK 9Ta 3a7a4a COOTHOCHUTCS C HAXOKIEHUEM
perpeccun. Cormnacuo [12] mia ciaygaiiHOTO BEKTOpa
(&, n) co srauenuamu B X X Y perpeccueti ) Ha § or-
HOCHTEJIBHO MePhI OJIM30CTH [ €CTeCTBEHHO Ha3BaTh
pelienue 3a1a4n

JW@@JD%H?L 5)

rae f: Y X Y — R g: X — Y, muaumym 6epercs 1mo
MHOJKECTBY BCEX M3MEPUMBIX (DYHKITHH.

MosxHo ucxoauTh u U3 (popMaTbHO APYTOTO OII-
pemenenuda. [ma rammoro x € X paccMoTpuM ciy-
YaldHyI0 BeIWYHHY 1)(X), pacrpeneneHre KOTOPOH
ABJIAETCA YCIOBHBIM pacIIpefieieHHeM 1) IPH yClo-
BuH { = x. B cooTBercTBUU ¢ ompeneeHreM MaTe-
MAaTHYECKOTO OKHAAHHUA B IIPOCTPAHCTBE O0IIeH
TIPUPOALI HA30BEM YCIOBHBIM MATEMATHUYECKUAM
OKUIAHWEM pellleHre SKCTPEMATBHOH 3a/1aun

M| &=x) =arg min Mf(y,n(x)),y €Y.

OxaspiBaercd, IpU OOBIUHBIX IIPEIIIOIOKEHUAX
W3MEpPUMOCTH pellleHne 3azadu (5) coBmamaer c
M |&§ =x). (BuyrpumareMarTwyecKkue YTOYHEHUS
THIIA «PABEHCTBO MMEET MECTO IOYTH BCIOAY» 3[€Ch
OILYIIE€HBI.)

Ecnu 3apanee u3BecTHO, 9YTO YyCIOBHOE MaTeMa-
trdeckoe oxupanue M(n|§ = x) npuHagIeKUT He-
KOTOPOMy ITapaMeTPHYECKOMY ceMeicTBy g(x, 0), To
3a71aua HAXOKIEHUA PETPEecCHU CBOTUTCI K OLIEHU-
BaHUIO mapaMeTpa O B COOTBETCTBHU C PACCMOTPEH-
HOHM BBIIlIE BTOPOHM IIOCTAHOBKOH BEPOATHOCTHOM’
TEOPHHU MapaMeTPHUIECKON Perpeccuu.

Ecau e Her ocHOBaHHWII CUMTATH, UTO perpec-
CHUsl IPUHAJJIEKUT HEKOTOPOMY IIapaMeTPHIECKOMY
ceMeHCTBy, MOKHO HCIIO/Ib30BaTh HelapaMeTpHie-

cKue OoIfeHKH perpeccuu. VX cTpoAT ¢ moMoIbio He-
rmapamMeTpuYecKux OIeHOK moTHoctH [2, 10].

Henapamempuueckue memodsr 6occmanosie-
Hus 3asucumocmu. Ilycrs v; — mepa B X, vy —
Mepa B Y, a X OpsaMoe IPOU3BeieHue V = v, X Vo —
mepa B X X Y. Ilycth g(x, y) — ILTOTHOCTH CIIy4ai-
Horo snementa (&, n) mo mepe v. Torma ycimoBHas
IJIOTHOCTH g(y|x) pacmpeseneHus 1) MPU YCIOBHH
& = x umeeT BUT

glx,y) ©)

gyl x) =
[ 8Cx, v, (dy)
Y

(B IIPemIIoIOKeHNH, YTO WHTETPal B 3HAMeEHAaTele
orauueH ot 0). CremoBaTennHo,

Mf(y,n(x) = [ f(y,)g(a] x)v5(da),
Y

a IIoToMy

M| &= x) =arg min Mf(y,n(x)) =
yeYy

=arg minf fly,a)g(a| x)vy(da).
ysY gy

Samvenss B gopmyie (6) g(x, y) HemapaMeTpuIecKoi

OITEHKOU ILIOTHOCTH g, (x, y), IOJIydaeM OIeHKY ycC-

JIOBHOH IIOTHOCTH

8n (%) = —————.
[ 8n(x, y)vy(dy)
Y

Ecmu g,(x,y) — cocrodarenbHas orueHka g(x,y), TO
yucaurensb (7) cxomurea K yucaureno (6). Cxoou-
MocTh 3HaMmeHartens (7) K 3HaMeHnarento (6) 060CcHO-
BBIBAETCSA C MOMOIIBI0 MPEIeSbHOM TEOPUH CTATH-
CcTUK mHTEerpanabHoro tuna [12]. B urore momyuaem
YTBEP:KIEHHE O COCTOSITEILHOCTH HelapaMmerpude-
ckoii onerku (7) ycmoBHOM mmoTHOCTH (6).
Hemapamerprueckas olleHKa pPEerpeccuu

M, (m&=x) =arg min | f(,0)g, (a 2)v,(da).
yeYy Y

CoCTOATENBHOCTD STOH OLIEHKH ClIeIyeT U3 IIpUBe-
IeHHBIX BBIIIE OOIUX Pe3yJIbTATOB 00 ACHMIITOTH-
YEeCKOM IIOBEIeHHH PeIIeHHH SKCTPeMAIbHBIX CTa-
THCTHYECKHUX 3a1ad4.

OnennBanue 00'bEKTOB HEUYHCJIOBOM
IIPUPOALI B KJIACCHYECKHX IIOCTAHOBKAX
PErpecCHOHHOr0 AaHAJIN3A

HeuwncnoBas cratucrruka TecHO CBA3aHAa C Kiac-
CHYECKUMH O00/IacTAMM IIPUKIAJHOU CTATHUCTHKU.
Pan TtpymHOCTE#l B KiIacCHYeCKHX IIOCTAHOBKAX
yZaeTcs IOHATh U Pa3PEIIUTh JIHUIIb C IIOMOIILI0 00-
WX Pe3yIbTaToOB IPUKIATHON CTATUCTUKH. B gact-
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HOCTH, 3TO KacaeTcs OIeHHWBAHHUSA I1apaMeTpOB, KO-
rJa IapaMeTp HMeeT HeYHCIOBYIO IPHPOLY.

PaceMOTpuM THIIOBYIO IPHUKIATHYIO IIOCTAHOBKY
3a/la4l BOCCTAHOBIEHUSA PErPECCHOHHOM 3aBHCHMO-
cTH, THHeHHOM 1o napaMerpaM. Mcxoqable faHHbIe
umeror Bup (x;, y;) € R%,i =1, 2, ..., n. llens cocrout
B TOM, I‘ITO6I>I C IZ[OC'I‘a.TO“IHOI‘/JI TOYHOCTBIO OIIHCAThb Yy
KaK MHOTo4JIeH (IIOJMHOM) OT X, T.e. MOZelIb UMeeT
BUL

m
yi=Daxk e, i=1,2,.,n, (8)
=0

rme m — HeW3BECTHAs CTeleHb IMOJWHOMA; g, 01,
ay, ..., ,, — HEU3BECTHbIE KO3(UIIMEHTHI MHOIO-
wieHa; ¢, i = 1, 2, ..., n, — IOTPEITHOCTH, KOTOPbIE
IJIAd IIPOCTOTHI IIPpHUMEM He3aBUCHMBIMUA H HNMe-
IOIIMMH OJHO M TO K€ HOPMAJIbHOE paclpeielieHne
C HYJIEBBIM MaTeMaTU4YeCKUM OKHUTaHuEeM U JUCIIEP-
cueii 02,

B mpuEnamHOM CTATHCTHKE YAaCTO HCIIOIb3YIOT
CJIEAYIONLYI0 TEXHOJIOTHIO0 aHaIu3a qaHHbix. CHaya-
JIa TBITAIOTCS MPUMEHUTD MOIeb (8) I TMHeHHOH
dyurnmun (m = 1), upu Heymade (HeameKBATHOCTHU
MOJIENIH) IEPEXOAAT K MHOTOYJIEHY BTOPOTO ITOPSIaKa
(m = 2), eciiu cHOBa Heyzada, TO 6epyT momesnb (8)
¢m = 3 u T.10. AIeKBaTHOCTb MOIEIN OOBIYHO IIPO-
BepAioT no F-gpurepuio Puiiepa, 0CHOBAaHHOMY Ha
MIPEIIOIOKEHIH HOPMAIbHOCTH IIOTPEIIHOCTEH.,

O6c¢cynum cBoiicTBa aT0# mporenypst. Ecru cre-
TeHb TOJAWHOMA 3aiaHa (m = mg), To ero K03 pu-
[MEHThI OIIEHUBAIOT METOI0M HaUMEHBIINX KBaapa-
TOB, CBOMCTBA HSTHUX OII€EHOK XOPOIIIO MN3BECTHBI.
OpgHako B paccMaTpUBAeMOM IIOCTAHOBKE M TOMKE
SBJISETCA HEW3BECTHBIM IIApPaMeTPOM M IIOJIEKUT
omenke. Taxkum oOpasom, TpeOyeTcs OIEHUTH 00b-
ekt (m, ay, ai, Qy, ..., @,,), MHOKECTBO 3HAYEHUH KO-
TOPOro MOkHO onucarb kak R' UR2U R3 U ... 9to —
O00BEKT HEYHCIOBOHM MPHUPOJBI, OOBIYHBIE METO.bI
OIIEHMBAHUA /I HEr0 HeIIpUMeHUMbI. PaspaboraH-
HbIe K HACTOAIleMY BpPEMEHH METOJAbl OLl€HHUBAHUA
CTeIIeHU IIOJIMHOMa HOCAT B OCHOBHOM 9BPHCTHUYE-
CKHMI xapakrep (cM., HarpuMep, 1. 12 MoHOTrpadun
[13]). PaccmoTpum HEKOTOpBIE 13 HUX.

3amevarue. 3mech HATIAAHO IMPOSBIIAETCSI OIHA
U3 IPUYUH HKHUBYIECTH BEPOATHOCTHO-CTATHUCTHUYE-
CKHMX MOJieJIell Ha OCHOBE HOPMAJIBHOTO pacipeierie-
uus. Takwe Moesu, Kak MPaBUiIo, HeaJeKBAaTHBI pe-
aIBHOHN CUTYAaIlWH, O YeM CKasaHo Bbiire. OQHAKO C
MaTeMaTHYEeCKOH TOYKH 3PEHHUsI OHHU II03BOJISIOT
IIy0ske MPOHUKHYTh B CYyTh M3y4aeMOTrO SIBJICHMI.
HOSTOMy TaKue MOJeJIN II0JIe3HBI JJI IIepBOHa4YaJIb-
HOTO aHaju3a CUTyanuu. B Xoje majgbHEHIux uc-
CIeOBaHMI HEOOXOAMMO CHATH HEPEATHCTHIECKOe
MPEIIOJIOKEHIEe HOPMAIbLHOCTH U IIePedTH K Hella-
paMeTpuYeCcKUM MOIEJISIM.

Oyenusarue cmenenu noauroma. Ilonesno pac-
CMOTPEeTh OCHOBHOM TTOKAa3aTeNlh KaueCTBa Perpeccu-
ouuoi mozenu (8). OqHu U Te Ke JaHHbIE MOMKHO 00-
pabaTbIBaTh pasaIMYHBIME ciiocobamu. Ha mepssbii
BB3TJIA, II0Ka3aTelIeM OTKIOHeHHUH JaHHBIX OT MOJe-
JIA MOJKET CIY:KHTh OCTATOYHAS CyMMa KBAJIpATOB
SS. Uem sTOT IIOKA3aTeb MEHbIIIE, TEM IIPUOIHKE-
HHe Jyd4llle, 3HAYUT, U MOJEJb JIy4Ille OIMUCHLIBAET
peanbuble manubie. OgHAKO 9TO paccy:KaeHHe ro-
IUATCA TOJBKO 71 MOJEJIeH C OAMHAKOBBIM UHCIOM
rmapaMmerpoB. Benb eciu mobaBisiercsa HOBBIM mapa-
METp, [0 KOTOPOMY MOKHO MHHHMH3HPOBATH, TO U
MHHHMYM, KaK IIPABUJIO0, OKAa3bIBAETCA MEHbIIIE.

B xauecrBe OCHOBHOTO IIOKasaTesis KadecTBa
PErpeccCHOHHOM MOJIETH WCIOIb3YIT CIIEAYIOIYIO
OIIEHKY OCTATOYHOM JUCIIEPCUH:

52(m) :i.
n-m-1

Takum 00paszoM, BBOAAT KOPPEKTHPOBKY HA YHCIIO
ImapaMmeTpoB, OIl€EHHNBAae€MbIX IIO Ha6JIIOI[aeMBIM OaH-
HbIM. KOppeKTHPOBKA COCTOUT B YMEHBIIIEHUH 3HA-
MeHaTeNsd Ha yKasaHHoe 4ymcio. B momenu (8) sTo
yucao paBHo (m + 1). B caydae 3agaum BoccTaHOB-
JIeHUs JWHEHHOW (PYHKIIMM OJHOH IIepeMeHHOMN
OIleHKAa OCTATOYHOM JUCIIepCun

9 S

n-2

A
(e}

IIOCKOJIBKY YWCJIO OLIEHMBAEMbIX ITapaMeTpoB m +
+1=2.

Eie paz — mouemy mpu mopbope BUAa MOJeIn
3HAMeHATeJIb IPO0H, OLEHWBAIIIEH OCTATOYHYIO
IUCIEPCHI0, IPUXOAUTCA KOPPEKTUPOBATD II0 YHUCIY
mapamerpos? Eciam sToro e menarb, TO MPHUAETCS
3aKJIIOYUTh, YTO BCETJ[a MHOTOYJIEH BTOPOM CTEEeHHU
JIydIlie COOTBETCTBYET JOJaHHBLIM, YeM JIUHenHas
(byHKIM, MHOTOYIEH TPEThEH CTEIIeHH JIydllle IPH-
6JIHH€aeT HCXOOHBbIE MaHHBbIEe, YeM MHOTOYJIEH BTO-
poil cremenu, U T.A. B KOHIle KOHIIOB MOXOIWM [0
MHOrowieHa cremenu (n — 1) ¢ n koadgduimenramu,
KOTOPBIN IIPOXOAUT Yepe3 Bce 3amaHuble Touku. Ho
€T0 IIPOTHOCTHMYECKHEe BO3MOYKHOCTH, CKOpee BCEro,
CyIIIECTBEHHO MEHBIIIE, YeM JaKe Y TUHEeHHON QyHK-
uuu. Vsnuinsee yclnoxHEHHE CTATHCTAYECKHX MO-
Jleneil BpegHo.

TumoBoe moBeeHNe CKOPPEKTUPOBAHHOMN OITeH-
KH OCTaTOYHOU AYCIIepCUU

v(m) = 02(m)

B Cllydae PaCIIUPAIONIEHC CUCTeMbl Mopenei (T.e.
P BO3PACTAHWHU HATYPAJILHOIO IIapaMeTpa /1) BhI-
msagut tak. CHauasna HabiaomgaeM 3ameTHoe yObIBa-
HHe. 3aTeM OIleHKA OCTATOYHOM IUCIEPCHH KO-
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s1ebJIeTcsT OKOJIO HEKOTOPOM KOHCTAHTHI (THUCIEPCHU
TIOTPEIIHOCTH).

[losichum cuTyanuio Ha TpUMEpe MOJEIH BOC-
CTAHOBJIEHUS 3aBHCUMOCTH, BBIPAKEHHOM MHOTO-
YJIEHOM:

x@) = ay + ait + agt? + agt?® + ... + @t

IIycts sTa Momens cripaBeaawBa Npu m = my. Ilpn
m < m, B CKOPPEKTUPOBAHHOU OIleHKe OCTaTOYHOM
IUCTIEPCUY YYUTHIBAIOTCS HE TOJIBKO MOTPEIIHOCTH
W3MEpPEeHHH, HO U COOTBETCTBYOIIHe (CTapIiue) 4ie-
HBI MHOTOYJIeHA (IIpexmosiaraeM, 4To K03 uirueH-
ThI IpH HUX OTaAnYHEI oT 0). [Ipu m > m, umeem

lim v(m) = 2.

n—0
CiremoBaTebHO, CKOPPEKTHPOBAHHAA OI[€HKA OCTa-
TOYHOM qucIiepcuu OyIeT KoaedaTbes OKOJIO yKa3aH-
Horo npexena. [losToMmy pencraBiaaeTca ecTecTBEH-
HBIM, YTO B Ka4deCcTBe OIIEHKW HEW3BECTHOM CTa-
THUCTUKY CTEeIleHH MHOTOYJIeHa (IIOJHMHOMA) MOYKHO
HCIIOJIb30BaTh MEPBBIM JIOKAIBLHBI MUHUMYM CKOP-
PEKTHPOBAHHOM OIIEHKM OCTATOYHOM [MCIEpPCUH,
T.€.

m* = min{m: vim - 1) > v(m),
vim) <v(im + 1)}.

B pabore [14] maiineHno mpemeabHOe pacipeneaeHue
9TOM OIIEHKH CTEIIeHH MHOTOWIEHA.

Teopema. 1lpu cnpaBeIIUBOCTH HEKOTOPBIX
YCIIOBUH pPeryaapHOCTH

lim P(m* <m,) =0, lim P(m* =m + u) =M1 -1¥,

n—ow n—ow

u=0,1,2, ..,

rue

2
A=D(1) —P(-1) = (—’;jdx ~0,68268.

Ly
Jon ),

Takum oOpasoMm, IpemenbHOE pacipeaeieHue
OLIEHKH m* CTeIeHn MHOTOUIeHa (MoauHoMa) SBIIs-
eTCsl TEOMETPUIECKUM. OTO 03HAYAET, B YACTHOCTH,
YTO OIEHKA He SBIISeTCA COCTOATENbHOU. IIpu sTom
BEPOATHOCTS IIOJIy9YUTHh MEHbIIIee 3Ha4YeHue, 4eM ucC-
THHHOE, HUYTOKHO Masa. [lamee umeem:

P(m* = my) — 0,68268,
Pm*=myg+ 1) >
— 0,68268(1 - 0,68268) = 0,21663,
P(m* =my+ 2) >

— 0,68268(1 - 0,68268)% = 0,068744,

P(m* = mgy + 3) —> 0,68268(1 —
-0,68268)3 = 0,021814...

Paspaborann u uHbIE METOBI OLIEHUBAHUA He-
M3BECTHOM CTEIeHM MHOTOYJIEHA, HAPUMEp, IyTeM
MHOTOKPATHOTO IIPHUMEHEHHUs MPOIeIypPhl IIPOBEPKU
aIeKBATHOCTH PETPECCHOHHON 3aBUCUMOCTH C IIOMO-
mpio Kputepua Puinepa. IlpenenbHoe moBemeHme
TaKUX OI[EHOK — TaKoe Ke, KaK B MPUBEIEeHHOU
BBINIE TeOpeMe, TOJBKO 3HAYeHHe MapaMerpa A
uHoe. [lyig cremeHM MHOTrOYIeHA AABHO IIPEJIO-
JKEHBI cocToATeNnbHbIe oreHku [15]. aa sroro
JIOCTATOYHO YPOBEHb B3HAYMMOCTH (IIpU IIPOBEpPKE
aeKBATHOCTH PErPeCcCHOHHON 3aBUCHUMOCTH C IIO-
Mombio Kpurepusa Purepa) crenatb yOBIBAIOIINM
IpH pocTe 00’beMa BHIOOPKH.

Ilocmpoenue ungopmamusrozo nodmHoMce-
cmea npusrakos. B 6osee obiieM ciyuae MHOroMep-
HOU JWHENWHOU perpeccuu [aHHBbIe HMEIOT BUJ
(yb Xi)’ 1= 1’ 2’ <y I, THE Xi = (xila X5 +eey xiN) € RN
— BEKTOp MPeauKTOpoB ((PakTopoB, OOBICHIIOIIHNX
IIepeMeHHBIX), a MOJIeTb TAKOBa:

yi:Zajxij+8i, 1=1,2,..,n, 9

jeK
rme K — HEKOTOpoe IIOAMHOKECTBO MHOKECTBa
{1,2, ..., n}; & — Te xe, uTo u B Mogenu (8); a;, —

HEU3BEeCTHbIE KO3(PMUIIMEHThI IPHU IPEIUKTOPaX C
Homepamu u3 K. Muoxecrtso K HasbIBaloT HHQOP-
MAaTHBHBIM IIOIMHOKECTBOM IIPH3HAKOB, IIOCKOJIBKY
coriacuo gopmysae (9) ocTagabHbIE IPU3HAKK MOKHO
orbpocuTh O0e3 moTepu uugopmanuu. IIpobiema co-
CTOWT B TOM, YTO IPH aHAIH3E PEaTbHBIX JAHHBIX
HEU3BECTHO, KaKue Ipu3HakKu BxogaT B K, a Ka-
KHe — HeT. {IcHa BaKHOCTD OIeHUBAHUA WHPOPMA-
THUBHOTO ITOAMHOKECTBA IPU3HAKOB.
Mogpens (8) cBomurca k mozmenu (9), ecnu
=x i”l,

_ _ — .2
X1 =1, xj9 = x5, X3 = X

— 43
o xi4—xi,...,x

J
B mogenu (8) umeercs ecrecTBEHHBIH ITOPSIOK BBO-
11 IPEUKTOPOB B PACCMOTPEHHE — B COOTBETCTBUU
C BO3pacTaHueM CTEIIeHH MHOTOYIEHa, & B MOIEIH
(9) Takoro MoOpAAKA HET, II03TOMY 37€Ch IPHUXOIUTCS
paccMaTpuBaTh MPOU3BOJILHOE TTOJAMHOKECTBO MHO-
JKeCTBA MPEeINKTOPOB. KCTh TOMBKO YaCTHYHBIN IO-
PAIOK — YeM MOIIHOCTh TIOAMHOKECTBA MEHBIIIE,
TeM Jyudiire. Momenb (9) 0co0eHHO aKTyajabHA B TEX-
HUYECKUX HCCIENOBAHUAX (CM. MHOTOUMCIEHHBIE
MIPUMEPHI B :KypHAIe «3aBoficKas Jaboparopusd. [ u-
arHoCTHKA MaTepuaioB»). OHa mpumeHseTcs B 3a-
Jadax yIpaBIeHUs KA4eCTBOM IIPOAYKIIUNA U APYTHUX
TEXHUKO-9KOHOMUYECKUX HCCIENOBAHUAX, B MEIU-
[FHe, 9KOHOMHKEe, MAPKETHHTE U COITHOJOTHH, KOT/Ia
n3 OOJIBIIOTO YuciIa PAKTOPOB, IIPEINOJI0KUTETHHO
BJIMAIOIIUX HA U3y4aeMyI0 IIepeMeHHYI0, HAl0 OTO-
Oparhb 0 BO3MOKHOCTH HAWMEHbIIEe YHCIO 3HAYH-
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MBIX (DAKTOPOB M C MX IIOMOIIBIO CKOHCTPYHPOBATH
IIPOTHO3UPYIOILYI0 hopmyiry (9).

Sanaua oneHuBaHud Mozenu (9) pasbuBaerca Ha
IBe TIOCieZioBaTeIbHbIE 3aJlayi: OIIEHHBAHHE MHO-
skecTBa K — mOMMHOKeCTBa MHOKECTBa BCeX IIpe-
NUKTOPOB, & 3aTeM — HEM3BECTHBIX IIapaMeTpOB a;.
Mertozs! pelnteHus BTOPOH 3a/ady XOPOIIO U3BECT-
HbI W TOAPOOHO u3y4YeHbI (OOBMUHO HCIIOIB3YIOT
MeTOJl HAMMEHBIITNX KBaaparoB). ['opasmo xyske 00-
CTOUT JIeJI0 C OIleHWBAHWEM O0BEKTa HEUHCIOBOH
npupoasl K. CyiiectByromiie MeTOAbI — B OCHOB-
HOM 5BPUCTHYECKHE — 3a4aCTYIO He SBIAIOTCH JaKe
COCTOATEeNbHBIMHU. J[lame camMo IIOHATHE COCTOA-
TEJIILHOCTH B JAHHOM CiIy4ae TpefyeT CIernuaaIbHOro
ompeeIeHus.

Onpedenenue. Ilycts Ky, — HCTHHHOE IIOIMHO-
JKECTBO NIPETUKTOPOB, T.€. IIOAMHOKECTBO, I KOTO-
poro cmpaBefuBa Mozenb (9), a ITOIMHOMKECTBO
npenurropos K, — ero onenka. Omenka K, HasbIBa-
eTcsd COCTOATEeNILHOM, eclu

lim Card(K ,,AK ) =0,

n—o
rme A — CHMBOJII CHMMETPUUYECKON Pa3HOCTH MHO-
skectB; Card(K) o3HauaeT 4MCI0 2JI€MEHTOB MHOKe-
crBa K, a mpenen IMOHUMAETCS B CMbBICIE CXOIUMO-
CTH II0 BEPOSITHOCTH.

3agaua OLIEHMBAHUA B MOJEIAX PErPecCcHH, Ta-
KuM 00pasoM, pasOuBaeTcs Ha JBe — OLeHHBAHUE
CTPYKTYPBI MOJIEJIN U OIleHMBaHUE IIapaMeTpPoB IpHU
3amaHHOM cTpyKType. B Momenu (8) cTpykrypa omu-
ChIBAETCA HEOTPHUIIATEIbHBIM II€JIbIM YHUCIOM M, B
mozenu (9) — muoxecrBoM K. CTpykTypa — 00BEKT
HEYHCIOBOM MPHUPOABLI. Samada ee OIleHHBAHUSI
CJIOKHA, B TO BpeMs KAk 3a/1a4a OIleHHBAHHUSA YHC-
JIGHHBIX IIAPAMEeTPOB IPH 3aJaHHOM CTPYKType
XOpOIIIO HM3ydeHa, paspaboranbl seKTuBHbIE (B
CMBICJIe TIPUKIAAHON MATEMATHIECKON CTATHCTUKN)
METOIbI.

TakoBa ke cuTyarud U B APYTUX METOAAX MHO-
FOMEPHOI0 CTATHCTHYECKOTO aHaIu3a — B (pakTop-
HOM aHaju3e (BKII0Yas METOJ IVIABHBIX KOMIIOHEHT)
¥ B MHOTOMEPHOM IIIKAJIUPOBAHUU, B UHBIX OITHMHU-
3aIIMOHHBIX TIOCTAHOBKAX MPOGIEM MIPUKIATHOTO
MHOTOMEPHOI'0 CTATHCTHYECKOTO aHAIN3A.

MmuosectBo K u mapamMeTpsl a; THHEHHOU 3aBH-
CHMOCTH MOJKHO OLIEHHBATDH IIyTEM PEIeHUs 3a1aun
OoIITUMUu3aInu

2
n
¥ - Zajxij — min, (10)
=1 Jjek

~

B KoTOpoit MuHMMyM Geperca 1o K, a;, j € K. Mare-
MaTHJYecKas MPUPoIa MHOKECTBA, 110 KOTOPOMY IIPO-
BOJIUTCSI MUHHUMH3AIIUA, BECbMa CI0KHA. JTO U 00b-
SCHSET TOT (PAKT, YTO K HACTOAIIEMY BPEMEHH pas-
paboTaHO MHOTO SBPHUCTUYECKUX METOIOB OIleHUBA-

HUA WHAOPMATHBHOTO MHOKecTBa mapameTpoB K,
CBOICTBa KOTOPBIX ILTOXO u3ydeHbl. Ha ocHoBe 00-
[[AX Pe3yIbTaTOB HEYHUCIOBON CTATUCTUKH 06 acum-
IITOTUYECKOM IIOBEOAECHUHN peIlIeHI/Iﬁ 9KCTPEeMaJIbHBIX
CTATUCTUYECKUX 3a]1a4 YAAI0Ch [I0Ka3aTh, YTO OIeH-
KH, [IOJIy4eHHbIe IyTeM pelneHusd 3anaqu (7), saBid-
I0TCSI COCTOATENbHBIMY [16].

Ippexm «830ysanus KOIPDUYUEHMO8 Koppe-
asayuu». B HacTodAmee BpeMsa BecbMa IOMYJISPHBI
MeTO/bl TIOUCKa «Hanbosee UH(POPMATHBHOTO MHO-
JKEeCTBA MIPHU3HAKOB» B PETPECCHOHHOM U JHUCKPUMU-
HauTHOM aHasiusze. COOTBETCTBYIOIINE ANTOPUTMBI,
KaK TpPaBHIO, OCHOBaHbI HA mepebope 6GOIBIIOTO
yucna HabopoB npusHakoB. Kak mpaBuio, mpu sToM
UTHOPHUPYIOT 3PPEKT «B3ayBaHHUA K0I(PMUIIHEHTOB
Koppenanuu». ITo seienne obuapy:xua A. H. Ko-
moropoB B 1933 r. [17]. IIpenmosmo:xum, 4T0 MMeeTCs
MHOTr0 HA0OpPOB MPeIuKTOPOB ((haKkTOpoB, IpH3HA-
KoB). [lma KaKmOro M3 HUX CTPOHTCA HAWIyYIlIee
NpUOTHMIKEeHNe OTKJINKA C IIOMOIIbIO JIMHEWHOMH
¢yurnuu or npegurTopoB. Ilokasarenem ragecTsa
MPUOTHIKEHHUSA CIOY:KUT KOd(PUITHEHT KOppesaun
MEJKy OTKJIMKOM U HAWIYJIlIeH JUHEHHOH (PyHKITH-
el OT IPeAUKTOPOB (B HACTOsIlEe BpeMs dalle Hc-
MOJTB3YIOT €ro KBaapaT, Ha3bIBAeMbIl K03 UITHeH-
TOM HerepMuHAnun). dPPEKT «B3AyBAHUA» KO-
(punreHTa KOPPEIAIUN COCTOUT B TOM, UTO IIPU yBe-
JIUWYeHUHU 4Yucjaa IIPpOoaHAJIU3HUPOBAHHBIX Ha60pOB
MPETUKTOPOB 3aMETHO PACTeT MAKCUMAIbHBIH W3
COOTBETCTBYIOIINX KOB(PPUIIIEHTOB KOPPEIAIINT —
rokasareneii kKadecrsa mpubmmkenud. Cosmaercs
BIeYATJIEHHE, YTO TOT HAGOP IPEIUKTOPOB, HA KOTO-
POM OCTHUTAETCSI PACCMATPUBAEMBIA MAKCHMYM,
IaeT xopollee IpubamKeHne A oTKauka. OmHaKo
9TO BIIEUATIEHVE PA3BEHMBAETCH NPU IOIMBITKE HC-
MOJI30BATh COOTBETCTBYIONIYIO 3aBHCUMOCTH JIJIST
MPOTHO3a — TI0 HOBBIM JIaHHBIM KO3((UIIUEHT KOP-
penanuu MeXAy OTKIMKOM UM paHee HalileHHOH Ju-
HEUHOU (PyHKI[MEH OT HPEeAUKTOPOB OKA3hIBAETCS
3HAYUTEIHLHO MEHBIITHM.

Kak ormeueno B [16], akTyanbHOCTH PabOThI
A. H. Konmoropoga [17] B Hacrosiiiiee BpeMs cylIie-
CTBEHHO ITOBBICHIACH. JPQEKT «B3ayBaHUI» KOIP-
(uruenTa KOppeaanun SBISeTCA OTHUM M3 IIPOSIB-
JIEHW# HEeKJIACCHYEeCKOT0 ITOBEJEHHUs CTATHCTHYe-
CKMX XapaKTePUCTHUK B CUTYyaIlWW, KOrJa OIHA U Ta
JKe CTaTHUCTHUYECKas MpOoIeaypa OCYIIeCTBISeTCA
MHOTOKpPAaTHO, HAaIIpUMep, IIPpH MHOMXECTBEHHbBIX
MIPOBEPKAX CTATUCTHYECKUX rumores [18].

Perpeccrnonnsbiii aHaans
HHTEPBAJIBHBIX JAHHBIX

Wnaorna paccMaTpuBamOT MOJAENH, B KOTOPBIX
KaK BXOJAHAasA, TaK U BBIXO[HAsA IIepeMeHHbIe UMeIOT
IIOT'PEIIHOCTH, OIlpefiesiieMble 3HAUEHUAMH STHUX ITe-
peMeHHBIX. B mpocreiinem ciyuae BMECTO «HCTHH-
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HBIX» HaHHBIX (f;,x;), I =1,2,..,n, HabIoma0T
IaHHbIe ¢ morpeirHocTamu (q;, v;), 1 = 1, 2, ..., n, roe
q;=t;+¢,y =x;+86;. Snecb ¢ u 6, — morpemr-
HOCTH wu3MepeHu# (HAOIIOMEHUN, pPETUCTPAIINH,
OTBITOB, aHAIN30B). T'pebyeTca BOCCTAHOBUTH 3aBH-
CHUMOCTb MEKIY «UCTHHHBIMU» [IEPEMEHHBIMU f U X.

K pemenuto sToit 3amaum eCTh HECKOJIBKO IOJ-
xo010B. Eciiu 3aganbl orpaHuyeHns Ha 3HAYEHUS 110~
TPEITHOCTEN, HAJOKEHHBIX Ha CIydaWHbIe BEITUYH-
HbI, TO ILIOZOTBOPEH IIOAXOJ CTATUCTUKM HHTEP-
BaJIbHBIX maHHbIX [19]. BoccranoBienuio n1uHeHHON
3aBHCHUMOCTH B COOTBETCTBHUH C IOIXOIOM CTATHUCTH-
KU MHTEPBAJIbHBIX JaHHBIX HOCBiIIeHa craTbd [20],
IMOAPOOHOMY WB3JIOKEHUI0 CTATUCTUKA HHTEPBAJb-
HBIX JAHHBIX — PA3BEPHYTHIE IJIABbI B MOHOTPAgH-
ax [2, 12, 21, 22].

ITogxox A. II. Bomuuauua, H. B Ckubunkoro u
WX CIHOIBH:KHHWKOB HCXOIHUT HEIOCPEICTBEHHO W3
aHau3a WHTEPBAIbHBIX NAHHBIX, 0€3 HCIIOIb30Ba-
HHSI BEPOATHOCTHO-CTATHUCTHYECKUX MOMeNIeH. OTOT
IIOXO0J OTPAKeH, HAIpuMep, B paborax [23 — 28].

YXOOUT B MPOIIIOE IOAXOM TAK HA3hIBAEMOTO
KOH(DJIFO9HTHOTO aHAAN3a, COTJIACHO KOTOPOMY IIO-
IPEIIHOCTH U3MEPEHHH €; U O; MIMEIT HOPMAaIbHbIE
pacupenenenus. IlockombKy, Kak y:Ke OTMEYAIOCH,
pacipegenenus IPaAKTUIECKH BCeX PeabHbIX BEJIH-
YUH HE SABISIOTCI HOPMAIbHBIMH, KOH(IIOIHTHBIN
aHan3 He aJieKBaTeH PealbHbIM CHUTYAIlHSIM W II0-
TOMY He MMeeT MPAKTHYECKUX IIePCIIeKTUB. TO4HO
Tak ke pacnpenenenus Crboogenta u Pumrepa He
a/leKBaTHBI PEAIbHOCTHA ¥ MOT'YT UMETh JIHIIb TEOPe-
THYeCcKoe 3HaueHHe. BMecTe ¢ TeM OTMETHM, 4YTO,
HaIlpuMep, HEW3BECTeH HemapaMeTpPHYecKWid aHa-
gor kKpurepus Puiiepa, npemHA3ZHAYEHHOIO IJIsA
MIPOBEPKH aJeKBATHOCTH PErPecCHOHHON MOoIenu
(HanpuMep, I TPOBEPKH aIeKBATHOCTH JIMHEHHOH
MOfenu, KOrja albTepHATHBOM fABISETCI KBajapa-
TUYeCcKas).

Takum o6pasoM, aHaau3 MHOrooGpasus Mojme-
JIedl PerpecCHOHHOTO aHaJu3a MPUBOAUT K BBIBOLY,
YTO HE CYLIEeCTBYET €UHOMN «CTaHAAPTHOU MOIEIIH».
B kamxmoM KOHKpeTHOM ciiyyae HeOOXOMHUMO OITHCHI-
BATh KCIIOJIb3YEMYIO MOJEIb M 000CHOBBLIBATD €€.

HccrnemoBanusa B paccmMaTpuBaeMoil o0jacTu
IMPHUKJIATHON CTATUCTUKHU BEIYTCSI aKTHBHO, HO MHO-
ro 3ajad4 Bee erre Tpebyer pemenus. Hexoropsie Ta-
Kue 3amadu orMedeHbl Bhimnre. Hampumep, paspabo-
TaHHbIe B XX B. MOJE/IH ¥ METObl, OCHOBAHHBIE HA
MPEIIIOJIOKEHINH HOPMAaJIbHOCTH, TPEOYIOT OCMBIC-
JIeHHs. U J0paboTEM (KaK TEOPEeTHYECKOH, TaK U ajl-
TOPUTMHYECKOI) C ITO3UIIMU HellapaMeTPHIecKOH
CTATHUCTUKH.

W3 crkasaHHOTO CieayeT, U4TO OIpenesieHue IIo-
HATHS «PErpPecCHOHHBIN aHAINU3» U €r0 COIepKaHue
11e71ec000pa3HO OOCYIUTH MOAPOOHO HA CTPAHHUIIAX
Halero :kKypHama. Kpurwueckuii pas6op ycTOsB-
IIUXCS B3IVIAI0B HEOOXOMUM IS KBATU(DHUITHPO-

BAQHHOTO PAa3BUTHA U IPHMEHEHUSI MaTeMaTHIeCKUX
METOIOB HCC/IEOBAHUS, B YaCTHOCTH, IJI IIepe-
X0JIa HA COBPEMEHHYIO IMapagurmy IPUKIAIHON cTa-
TUCTUKH [5].
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IPUHATHE PEIIEHUN ITPU PACUETE CTATUCTHUYECKH
OBOCHOBAHHBIX XAPAKTEPUCTUR ITIO/INMMEPHBIX
KOMIIOSUITUOHHBIX MATEPUAJIOB HA 9TAIIE AHAJIN3A
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Paccmorpens! KpuTepuu 118 MPOBEAEHUS SKCIIEPTHBIX OIIEHOK Ha dTarle aHaAINu3a BHIOPOCOB B
mporeaype pacuera 6asucoB MPOYHOCTHBIX XAPAKTEPUCTHK IOJIMMEPHBIX KOMIIO3UIIMOHHBIX
marepuanoB (ITKM). Beruucinennbie Ha OCHOBE CTATUCTUKU BeIHMYUHBI A- 1 B-6asuca saBis-
IOTCA HIGKHUMHU TpaHutamu 95 %-ro T0BEPUTENIHHOTO0 WHTEPBAJIA MEPBOTO U JAECATOTO IIPO-
LIEeHTWIeH paclipeeieHns XapaKTePUCTUKY COOTBETCTBEHHO. B 6asucax oTpakeHbl He TOJb-
KO B3aMIMOCBSI3M CPEIHUX 3HAYEHUN W BeJWUYUH pa3bpoca, HO W IapaMeTphbl BHIOOPKH, HA
OCHOBE KOTOPO¥ OHU ObLIHM PACCINTAHBI, TaKKE KaK pasMep BHIOOPKHU, BUJ AlllIPOKCHMUPYIO-
II[ET0 PacCIIpeesIeH s, CTeIleHb OJHOPOIHOCTH JaHHbIX. Ha sranax mpoBepKu rumores B Opu-
TMHAJIBFHOM alrOpHUTMe pacdera 0asmcoB, KpPOME CTATHCTHYECKHUX TECTOB, IIPEILyCMOTPEHO
IIPOBEJIEHIE DKCIIEPTHOM OLIEHKH, a TAKKe IIPENJIOKEH DAL KPUTEPUEB [UIA KayKIO0ro U3 3Ta-
noB. [Tokasana menecoo6pasHOCTb MPUMEHEHHUS JOITOIHUTEIBHBIX KPUTEPUEB, CIIOCOOCTBYIO-
[UX IIPUHATHAIO0 000CHOBAHHBIX PEIIEHUH, I03BOJIAIONUX TOBBICUTH HAJIEIKHOCTH KOHCTPYK-
nwit u3 [IKM. ITogpo6HO paccMOTpeH IIpHMep HCIOIb30BAHUA IPOIEAYPhI IPUHATHA pellie-
HU IPY aHAJIN3€E BHIOPOCOB VIS PE3yJILTATOB UCIBITAHUI 00PasI[OB YIVIEILIACTHEA HA IIPOY-
HOCTH MEJKCIIOEBOTO CBHUTA, TOIyIYeHHBIX IIPY BXOAHOM KoHTpoe npenpera HexPly, rne max-
CHMAJIFHOE 3HAYEHUE IPOYHOCTH OJHOTO M3 IISATH 00PasI0B OJHON U3 CEMU IMAPTHI Iperpera
OKa3aJI0Ch CTATUCTHYECKHM BBIOPOCOM /Ui OOBEIMHEHHOM COBOKYIIHOCTH HaHHbIX. [IpuBene-
HbBI PEKOMEH/IAI|H 110 SKCIEPTHOMY OIIEHHMBAHUIO TPEX OCHOBHBIX M YETHIPEX JOIOIHUTEIb-
HBIX KpuTepres. Hapsay ¢ nccienoBanueM oOJHOPOIHOCTH JAHHBIX U BHA AMIPOKCHMUPYIO-
LIETO paCIIpeeIeHUs IPOLIeypa aHAIN3a BHIOPOCOB YCIIEIITHO UCIIOIB3YETCA Ha ITale PasBe-
JIOYHOTO aHA/IN3a JAHHBIX, 8 TAKKE IIPH KOHTPOJIE KAYeCTBA IPOIIecca U3TOTOBJIEHS U UCIIbI-
TAHUA MATEPUAIIOB.

KiroueBnlIe cIoBa: SKCIIEPTHAS OLIEHKA; IPUHATHE PEIeHU; TOJIUMEPHbIe KOMIIO3UITHOH-
HbIe MaTepHUAaJIbl; aHAJIU3 BHIOPOCOB; A- u B-6aswuc.

DECISION-MAKING IN CALCULATION OF THE STATISTICALLY VALID PROPERTIES
OF POLYMER COMPOSITE MATERIALS AT THE STAGE OF OUTLIER ANALYSIS
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Criteria for conducting expert estimates at the stage of outlier identification in the procedure of A- and
B-basis calculation of the strength characteristics of the polymeric composite materials (PCM) are con-
sidered. Statistically-valid A- and B-basis values are lower bounds of 95%-confidence interval of the
first and tenth percentile of the characteristic distribution, respectively. Basis values reflect not only
the interrelation of mean and variance, but also parameters of the sample they were calculated from:
sample size, probability distribution type, compatibility of data. At the steps of testing the hypotheses
carrying out expert assessment is provided of in an original algorithm of bases calculation, and a num-
ber of criteria for each of steps is also offered. Practicability of application of the additional criteria pro-
moting making the reasonable decisions allowing to increase reliability of designs from PCM is shown.
An example of use of the procedure of decision-making is in detail reviewed in the analysis of results of
interlaminar shear strength testing received at incoming inspection of HexPly prepreg; the maximum



«3aBoackasd maboparopusa. [[marnocruka marepuanos». 2018. Tom 84. Ne 5 75

shear strength value of one from five specimens of one from seven batches of a prepreg was statistical
outlier for the pooling data set. Recommendations about expert estimation of three basic and four addi-
tional criteria are provided. Along with a research of compatibility of data and approximating distribu-
tion type, the procedure of outlier analysis is successfully used at a stage of the exploratory data analy-
sis, and also at quality control of material fabrication and testing process.

Keywords: expert estimate; decision-making; polymer composite materials; outlier; A- and B-basis

Poccuiicknit cBom TpeboBaHUEM 1A OOeCIeYeHHs
0e30MacCHOCTH T0JeTOB — ABHANMOHHbBIE TIPABUIA
(AIT) [1] — permameHTHPYeT CTATUCTHIECKOE TIPE.I-
CTaBJeHME MPOYHOCTHBIX XapPaKTEPUCTUK MaTepHa-
JIOB, BO MHOTOM OIIpefiefsioniee 6e30macHOCTb U Ha-
IesxHocTh Bo3ayrHoro cyaua. Cornacao All pacuer-
HbIe XapaKTEPUCTUKU MATEPHUATIOB JI0KHbI OIIpeie-
JIATbCA HA OCHOBE CTATHCTHKH, o0ecriedwBas IIpPOdU-
HOCTH € BepoATHOCTHI0 99 miu 90 % ¢ 95 %-HbIM 110-
BEPUTENHHBIM UHTEPBAJIOM B 3aBUCHUMOCTH OT POJIU
KOHKDPETHOTO 3JIeMEHTa B KOHCTpyKiuu. Paxrmue-
CKH TpeOyeMble B3HAYEHHUA IMPEICTABIAIOT COOOM
HIKHIOW TpaHuIyy 95 %-ro JOBEepUTENIHHOTO HHTEP-
Baysa mepBoro u 10-To TPOIIEHTHIIEH paclpeerne-
HHA, T.e. TeX 3HAYEHUH, BbIIlIe KOTOPHIX HAXOJATCA
99 1 90 % Bcex 3HaUEeHUU IIPOYHOCTH COOTBETCTBEH-
HO. J/laHHBIE XapaKTEPHUCTUKU WU3BECTHBI KaK «JI0-
rnmycrumble ypoBHu A u B» [2] unu «6asucer A u B»
[3]. ITompobmbIi anropuT™ WX pacyera IPHUBEIEH B
CMH-17 [4].

Hcnons3oBanue B IPOYHOCTHBIX pacyeTax 3Ha-
yeHHul 6a3uCOB BMECTO CPEIHUX 3HAUYEHHUH XapaKTe-
PUCTHEK IO3BOJAET JOCTUYh TPeOyeMoM HaIeKHOCTH
0e3 KCII0Ib30BAHUA KO3(P(UIIHEHTOB 0€30IIaCHOCTH.
HerepmunupoBanabie K03 QUIMEHTHI 0e30I1acHO-
CTH JIJIA U3JEeTIUH U3 KOMIIO3UIIMOHHBIX MATEPHAIIOB
IOCTATOYHO BBICOKH, ITOCKOJBKY YIHUTBHIBAIOT HX IIO-
BBIIIIEHHYIO 110 CPABHEHUIO C META/UIAMU U CILIaBa-
MU HEOJHOPOTHOCThH CBOMCTB M 6Goabluimii pasbpoc
suaueHnii. CTaTHCTUKO-BEPOATHOCTHBIN OIXO IT0-
3BOJIIET 000UTHUCH 0€3 MOBBIIIIEHHBIX KO3 (UIHEH-
TOB JIJI MATEPHUAIOB BHICOKOTO KaueCcTBa, MMEIOIIINX
XOPOIUIYI0 IIOBTOPAEMOCTH CBOMCTB K HU3KHU pas-
O6poc MX 3HAYEHWH, YTO MOKET CYII[eCTBEHHO CHH-
3UTb MACCy BO3AYIIIHOTO CyAHA.

Pacuer s3mauenuii 6a3ucoB BKIOYAET B cebs Ta-
KH€e CTaTUCTUYECKHE IMPOIEeAypPhl, KaK aHaTU3 BbI-
OpocoB, aHaANN3 OTHOPOSHOCTH JAHHBIX U BHAA pac-
npenenenusa. [lonHOCTHIO aBTOMATH3UPOBATE €T0 HE
MIPEJICTABIAETCA BO3MOKHBIM, TaK KAK HA KaKIOM
aTame MPOBEPKH CTATHCTUIECKOM IUII0TE3bI OKOHYA-
TeJIbHOE PEllleHne MPUHUMAETCA HA OCHOBAHUU DKC-
TIePTHOM OIeHKH. Jad KaKmoro u3 sTamoB B [4]
MpeJIaraeTcsi PacCMOTPETh P BOIIPOCOB B TEOPHUHU
TNPUHATUA PEIIEeHUH, HA3bIBAEMBIX «KPUTEPUAMU>.
OHu HOCAT PEKOMEHJATENBHBIH XapakTep, KpoMe
TOTO, B HUX HE KOHKPETU3UPYIOTCA BUIBI IIPOYHOCT-
HBIX XapPaKTEPUCTUK, YCIOBUS IIPOBEIEHUS UCIIBITA-
HHUH U 0COOEHHOCTH HCIIBITHIBAEMbBIX MATEPHAIIOB.

OmnswiT pacyera 6a31COB MPOYHOCTHBIX XapaKTe-
puctur [IKM nokasan He0OXOZUMOCTD PACIITHPEHUS
Habopa paccMaTpUBAEMBIX KPUTEPUEB W (DOPMYJIH-
POBKH TPAKTUYECKUX PEKOMEHmaIuil mo pabore c
KaXK/IbIM U3 HUX.

IIpomenypa pacuera 3HaYeHHi 0a3HCOB

Crarucruueckr 00OCHOBAHHBIE XapPAKTEPHUCTH-
KH — pe3yJbTaT Ipe/CTaBJIeHHA CBOMCTB MaTepHua-
jla B BUJe CIy4allHOU IIepeMeHHOU, T.e. BeJIUYUHBI,
MEeHSOIIeNcsa oT 00pasia K o6pasily o 3apaHee He-
n3BecTHOMY 3aKoHy. CTaTHCTHYECKH 000CHOBAHHBIM
sHauyeHueM B-6asuca SBJISIETCS CTATHCTHKA, BBHIYHUC-
JIEHHAS HA OCHOBAHHHU CIyYaldHON BBIOOPKH 3HAYE-
HUU XapaKTepUCTHKHU, KoTopad ¢ 95 %-ii BepodAr-
HOCTBIO He IIPEBBIIIAET [eCATOr0 MPOIEHTUIA UCKO-
MOTO pacIpefe/ieHusd, T.e. ABIIeTCI HIKHeH IpaHu-
et 95 %-ro IOBEPUTENIHLHOIO0 WHTEPBAja EeCATOr0
MpoLeHTUW 1. SHaYeHne A-6asuca — HUKHAA Tpa-
Huna 95 %-ro 10BEpUTEIILHOTO WHTEPBAJIA IIEPBOTO
nporesTuaa (puc. 1).

Cxema mporenypsl pacuera 6a3ucoB IpHuBeneHa
Ha puc. 2. BxogHble naHHBIE TPENCTABIIIOT COGOM
pe3ynbTaThl U3MEPEHUd H3y4aeMOH XapaKTepHUCTH-
KU JJI1 HEeCKOJbKUX mapTuii. Ha mepBoMm srame pe-
3yJbTaThl HCHBITAHUH 00pA3IOB KaKIOU IapTUU
MIPOBEPAIOTCA Ha HAIWYWE CTATUCTUIECKUX BBIOPO-
coB. [lanee 1715 onpeneneHus BO3MOKHOCTH 00BEIH-
HEHUA JaHHBIX PA3IUYIHBIX TAPTUN B OTHY COBOKYII-
HOCTBH IIPOBEPAETCS 3HAYUMOCTDH PA3TUIUU MEKILY
rpynmnaMu JaHHbIX. B ciiydae CTPyKTypHpPOBaHHBIX
(HEOMHOPOAHBIX) MAHHBIX pacderT 0a3uCOB IIPOBO-
IUTCSI C TIOMOIIBIO AWCIIEPCHOHHOTO aHaim3a, He-
CTPYKTYypHUpPOBaHHbIE (OJHOPOIHBIE) HAaHHBIE 00Be-
IUHAIOTCI B OJHY COBOKYITHOCTH. Ilyis o6bemuHeH-
HBIX [aHHBIX TPOBOAUTCA ITOBTOPHAS IPOBEPKa HAa
BBIOPOCHI HA 3TOT Pa3 00beIUHEHHOH COBOKYITHOCTH.
[amee cnemyeT mpoBepka rHIIOTE3 O BHUJE pacupese-
merua. [lo HabmomaeMoMy YpPOBHIO 3HAYHMMOCTH
CTATUCTUYECKNX KPUTEPHEB COTJIACHS BBIOHpAETCS
TIOAXOAAIIUN BUA paclpeneneHusa. Pacnpenenenue
MIPOYHOCTH MOKET ObITh HOPMAaJIbHBIM, JIOTHOPMAITh-
HBIM WJIH AByXIIapaMeTPUYECKHM paclpeneieHueM
Beiioynna [4]. [Iponenypa pacuera 6a31uCOB 3aBUCHUT
0T BBIOpAHHOTO BUa pacupeneneHud. B ciydae ko-
T/ia BUJ pacupeneeHus OCTAICI HeOIllpeIeIeHHbIM,
0a3uChl PACCYUTHIBAIOTCS HEIAPaMETPUIECKH.
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Puc. 2. Cxema mporenypsl pacuera 3HaYeHHH 6a3ucoB (Tpe-
60BaHUsA K KOJIUIECTBY 00pa3II0OB YKA3AHBI IJI OIpEIeIeHus
B-6asuca)

Ha sramax mpoBepku rumores o BeIOpocax, Of-
HOPOJHOCTH [aHHBIX W BHJE pacIpeiesieHud IJId
BBIOOpA OJHOHM M3 AJbTEPHATHUB HCIIOJIB3YIOTCA CTa-
THUCTUYECKHE TecThbl. Kciin BhIUMCIeHHAs CTATHUCTH-
Ka He IPEeBBIIIaeT KPUTHIECKOTO 3HAYEHUd, HyJe-
Bas runotesa npuauMaerca. OObMHO KpUTUIECKUE
3HAYEHUA OIpeJeeHbl HA HECKOJIbKUX YPOBHAX
3HAQYHUMOCTH. IIac'rb HUCIIOJIB3yEMBIX B aJITOpHUTMeE
CTATUCTUIECKUX TECTOB II03BOJIIET PACCUUTATH Ha-
0JIf0[IaeMbIl YPOBEHb 3HAYMMOCTH, KOTOPBIM HEIIO-
CPECTBEHHO CPABHUBAETCS C KPUTUIECKUM.

Basknoit ocobenHOCTBI0 anroputMa pacdera 6a-
3UCOB fABJsAETCA TPeOOBAHUE IPOBENEHUS DKCIEPT-
HOHM OIIEHKH Ha KayKJOM JTalle IIPOBEPKU TUIIOTES.
B xozme skcmiepTHOI OIEHKNM MOKET OBITH IIPUHATO
pelileHre, He COBIAAAMIEe C Pe3yIbTaToM CTaTH-
CTHUYECKOTO TecTa, HAIPUMep, IPHHATH 34 BBHIOPOC
He OTKJIOHAEMOE TECTOM 3HAaueHWEe WJIH IIOCYUTATH
BBIOOPKY OIHOPOJHOM, B TO BpeMd KaK CTaTHUC-
THEKA IIOKAa3bIBA€T, YTO OTIHYUA MEXAYy IIapTUAMU
3HAYHNMBI.

Br16pocs1

BribpocamMu ABIAOTCA PE3KO BBIAEIIIONIHECST
pesyabTaThl HAOMIOAEHHUH, KOTOPhble HISHTH(HUIU-
PYIOTCA € TIOMOIIBIO CTATUCTUYECKUX TECTOB WU BU-
3yanbHO II0 JHarpaMmme paccesuusa. Beibpocamu mo-
I'yT OKa3aThCSA ONIMO0YHbBIE 3HAYEHU S, TPUINUHOM KO-
TOPBIX SBISAETCS HECOOGJIIONEeHHe YCIOBHU IIpOBee-
HUSA UCOBITAHUM, AeeKT 00pasiia uiu OIIUOKY Py
perucTpaIuu pesyabTaToB.

B anropurme pacuera 0asMCOB IS OIpejere-
HUS CTATHCTHYECKUX BHIOPOCOB HCIIOIL3YETCI KPH-
Tepuil MaKCUMaJIbHbIX HOPMUPOBAHHBIX OTKJIOHE-
HWH, ©3BECTHBIN TaKKe Kak Kpurepuii ['paddca, cra-
THCTHUKA KOTOPOTO

MNE-max "= i_12 _n, 1)
4 S

rae X, Xy, ..., X, — 3HAYEHUS B BbIOOPKE o0bemMa 1; X
¥ S — BBIOOPOUYHBIE CpPeqHee U CTAHAAPTHOE OTKJIO-
HEHFe COOTBETCTBeHHO. Kpurnyeckre sHAYeHUs:

_n-1 t2

C,o= ,
we In V\n-2+¢2

(2)

roe ¢ — [(1 - a)/n)] — KBaHTHIM {-pacIpeleeHus C
(n — 2) cremrensiMu cBOOOIBI, & 0 — BHIOPAHHBIN YPO-
BEHb 3HAUUMOCTH.

Ecnu BbrumcienHoe 1o pesyibTaTaM WCITBI-
TaHu# 3HadeHue cratuctuku MNR He mpeBbliia-
eT KPUTHYECKOro, TO HAGOp MAHHBIX HE COIEPKUT
cTaTUCTHYeCKnX BBIOpocoB. Hexroropnie ToueuwHble
3HAYEHHUSA, He ABJIAIIINAECH CTATUCTHIECKUMHU
BBIOpPOCAMH, MOTYT OKA3aThCAd BHIOPOCAMH II0 BHU3Y-
ansHOU oreHke. CraTucTudecKue BBHIOPOCHI U BBI-
OpoChI TI0 BHU3yaJbHOH OIEHKE PaCcCMATPUBAIOTCS
B Ie/NgX MPUHATHAS PelleHus 06 UX HCKII0YeHUU
WIN cOXpaHeHuu. BrIOpPOCHI, IId KOTOPBIX HalmeHa
MPUYWHA OTKJIOHEHHUS, CJIeAyeT M0 BO3MOKHOCTH
CKOPPEKTHUPOBaTh (IPHU OLINOKE B PETHCTPAIIUU pe-
3yJbTara, OmnbKe B BEIUUCIEHUAX) WU UCKIIOIUTH
(nmpu obHapymxeHun nederra obpasia, HECOOTBET-
CTBUM YCJIIOBHH TPOBENEHUS WCIBITAHUN TeXHUYe-
CKUM TPeOOBaHUAM H T.II.) U JaTbHEUIINE PacyeThl
MPOBOAUTH (€3 HUX.

SHavyeHUd BHIOPOCOB, TPUYHUHBI KOTOPHIX HE
ObLIH OOHAPYIKEHBI, B 00IIEM ClIydyae PEeKOMEHIyeT-
¢ coxpaHuTh. PaccMoTrpenue BbIOpoca B IEIAX HC-
KJIIOUeHUs MMEeeT CMBICI, eC/H er0o BiAWSHHeE Ha pe-
3yabTaT pacyera 0A3MCOB OKA3HIBAETCA 3HAUYMMBIM
(vHaue BBIOPOC COXpaHAIT 0e3 maTbHEHIero pac-
CMOTPEHHA).
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B [4] npuBeneHs! cienyolire peKOMEHIAIINHT 110
IIPOLIECCY «CYKIECHUSI».

1. Ectu BbIOpOC, 0O0HApY:KEHHBIA B ONHOH u3
MapTWi, OKA3bIBAETCI B [AHMAIIA30HE HEBBLIOPOCOB
IPYTHX TAPTHH, €r0 CIeIyeT COXPAHUTh.

2. Korma BO3MOXHO IIPOBECTH MOBTOPHBIE WC-
OBITAHUA HA 00pasIiax TOH Ke MaHeIH, MOIy4aoT
pe3yabTaThl, KOTOPhle MOTYT 3aMEHHUTDb WU JOIOJI-
HHUTD JaHHbIE, COIep:Kalre BbIOPOC.

3. Bribpoc, aBagomiuiicas MakCUMAaJIbHBIM 3HA-
YyeHWeM U HaXOJANINICH 38 N3BECTHBIMU H/UIU TEO-
PeTHYECKH PACCUNTAHHBIMU XapAKTEPUCTHKAMHU Ma-
Tepuaia, IMeeT CMbICI OTOPOCHUTb.

Hab6nromatorcst curyarum, KOTJa HH OXHA W3
TpeX TPHUBEIEHHBIX PEKOMEHAIUH He II03BOJAET
NpUHATDH pernenvie. Hampumep, BpiOpoc ObLT 06HA-
py#eH B 00beIWHEHHON COBOKYITHOCTH (a HEe B OT-
JeTHLHOM TApPTHH), HTPH STOM Pe3yiabTaThl MOBTOP-
HBIX UCIBITAHUIH HEIOCTYIHBI U BBIOPOC HE SABIAET-
ci MaKCUMAaJIbHBIM 3HauYeHWeM. B TakoMm ciydae
pe3yabTaT Cy:KIeHUs OKaxKeTcsd abCOMITHO CyOhekK-
THUBHBIM. B aHHOI paboTe mMpeaioKeHbl ellle YeThl-
pe PEeKOMEeHAaIluu, KOTOpbIe 10 YCMOTPEHHUIO DHKC-
IIEPTOB MOKHO HCIOJIb30BATh KAK JOIOJIHUTEIbHbBIE
(B cayuae HeOIpeneJIeHHOCTH), TaK W HapaBHE C
MEPBBIMHM TPEMs, TOCKOJIbKY HAKOILIEHHBIA OIBIT
00paboTKH pesy/IbTATOB HCIBITAHHH [0Ka3ajl WX
3HAYUMOCTD U WH(POPMATUBHOCTE. [lepeuncianm ux.

4. Huskuit pasbpoc 3HAUEHUI MAPTUH WA 00b-
eMHEHHOH COBOKYITHOCTH C YJE€TOM BhIOpOCA SBJIfA-
eTcd apTyMeHTOM B II0JIb3y €r0 COXpaHeHMUd, TAK KaK
Ppe3yabTaT CTAaTHCTUIECKOTO TECTa MOKET ObITh 00b-
SICHEH CKYYE€HHOCTBIO OCTAILHBIX 3HAUEHUH.

5. IlockonbKy cratucrudeckuii kpurepuit MNR
He II03BOJISE€T BBIUHMCIHUTH HAOIIOAaeMblii yPOBEHb
3HAYUMOCTH, CIEAYyeT IPOBEPUTH BHIOPOC HA APYTHUX
(MOHMIKEHHBIX U MOBBIIIEHHBIX) YPOBHAX 3HAYUMO-
CTH, TEM CAMBIM OIEHUB CTEIEHb €r0 KPUTHIHOCTH.

6. Ilenecoobpasen aHanus BIWIHHUSA BHIOpOCA HA
OTHOPOHOCTH JAaHHBIX W BUJ pacrpenenenusn. Kciu
C y4eToM BhIOPOCA COBOKYITHOCTD JAHHBIX MOIyJIaeT-
¢S CyIIEeCTBEHHO OJHOPOJHEe W/Wiu HAOII0IaeMbli
YPOBEHB 3HAYMMOCTH AIIIPOKCUMHUPYIOIIET0 pacipe-
JeJIeHus CyIIeCTBeHHO BBIIlIe, YeM 0e3 BhIOpoca, TO
HMeeT CMBICTI €T0 COXPAHUTh.

K macrosmemy BpemeHu [gocTaTodHO yOemu-
TEJIbHO TIOKA3aHO, YTO HEIapaMeTPUIECKHe METOI,
B TOM YHCJI€ ¥ METOAbI HACHTU(PHUKAIIUH BHIOPOCOB,
WMEIOT HE MEHBIIIYI0 MOIIHOCTb, YeM IIapaMeTpudie-
CKUe, HO MPU 9TOM SIBISIOTCS 6osee 0O0CHOBAHHBI-
MM, TaK KaK He HCXOOAT W3 IPEIIOJIO0KEHUs, UTO
pacupeneneHe pe3yIbTaToB UCIBITAHUH OTHOCUTCA
K ompenenennomy Bumy [5]. Kpome Toro, mapamer-
puUecKue MeTobl OTOPAKOBKY PE3KO BhIIEIAIONMX-
cs1 HaGIIOMEeHUH KpaiiHe HEYyCTONYMBBI K OTKIIOHE-
HUIO OT HOpMAaJbHOCTH [6].
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Puc. 3. Jluarpamma paccesHus U quarpaMma «SIIIHKHA-YChI»
[T BU3YaJIbHOM OLIEHKH BBIOpOCA

Takum o6paszoM, HemapaMeTPUYECKHe TeCThI,
yCTOWUYMBBIE K OTKJIOHEHHUAM OT HOPMAJIBHOTO pac-
MpeaeSeHusi, MOTYT IOATBEPAUTH WK OIPOBEPT-
HyTb pesyiabrarbl Tecta MNR w/unu BuU3yaabHOH
OLIEHKH.

Humxe mpuBemen aHaims pesyiIbTATOB HCIBITA-
HU 00pasIoB HA MPOYHOCTD IIPU MEKCIOEBOM CIBH-
re mpu 120 °C (cormacuo EN 2563:1997), nonyuen-
HBIX TIPU BXOJHOM KOHTpose mpenpera HexPly ma
OCHOBE OJHOHAIIPABJIEHHON YIJIEPOZHOW JIEHTHI,
IIPOIMUTAHHOM SMOKCHUIHBLIM CBA3ymoiuM. B Tabim. 1
TIPUBEJIEHBI PE3yNbTAThl UCIBITAHUN CEMHU MapTHi
mpernpera 1o mATh 00PasIoB B KAMKIOMH.

MaxkcumanbHOEe 3HAUYEHWEe MPOYHOCTH 00pasIioB
neppoit maptum 83,9 MIla saBaserca cratuctuue-
CKMM BBIOPOCOM B OOBEIWHEHHOH COBOKYIIHOCTH
nasHpIXx (MNR = 3,73 > 2,98 = Cg; (o5), He aBus-
ACh TIPU 9TOM CTATHCTHYECKUM BBIOPOCOM BHYTPH
nepsoit maprunm  (MNR = 1,54 < 1,72 = C;  o5).
Suavyenus B-6asuca ¢ yuerom u 6e3 yuera BbIOpoca
cocrapiaior 61,6 u 62,7 MIla cooTBeTcTBEHHO.
MosxHO 3aMeTHUTh, YTO HIPHU HUCKIYEHUH U3 pacde-
TOB MaKCHUMaJbHOTO HAOJIIOeHNs 3HaUeHUe Oasmca
(B oTniMuMe OT CpEeIHEero) MOBBICHIOCH, YTO O0BsC-
HAeTCA 3HAYMMBIM yMeHbIlleHueM Koadduimenra
BapUaIuH.

Ilna BusyanbHOI OIeHKM BhIOpOca ymoOHO wc-
MOJIb30BATh [UATPAMMY PACCESHUS H/WIU Tuarpam-
My «AMIUKH-yCbI» (puc. 3). ad OIleHKHM cremeHu
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pasbpoca 3sHaUYEeHUH OHY K3 JUATPAMM KeJIaTelIbHO
IIOCTPOUTH B KOOPAUHATAX, HAUUHAIOIIUXCS C HyJId.

PaccmoTpum  3akmioueHus, IIOIy4eHHbBIE IIpH
IIPOBeIeHUHN 9KCIIEPTHOM OIIeHKU:

1. Pacuer craructuku MNR TIOKa3bIBAET, YTO
pennuuHa 83,9 MIla aBnsercs craTUCTUYECKHUM BhbI-
OpocoM s Tpex maptui us cemu (cMm. Tabu. 1, ma-
puu 3, 4, 5).

2. IlpoBenmeHue IMOBTOPHBIX WCIILITAHUN OKAa3a-
JIOCh HEBO3MOIKHBIM.

3. B mociemuux msaTu mocTaBKax B pesyiabTrarax
WCIIBITAHUN HE BCTPEYAIOCh HU OMHOTO 3HAYEHUS
BoItre 80 MIIa.

4. Kosdppunment Bapuanuu 00beTUHEHHOU CO-
BOKYITHOCTH JAHHBIX cocTaBiser 6 %.

5. Ananusupyemoe 3HaYe€HHE SBISIETCA BBIOPO-
CcOM B O0OBEIHWHEHHOW COBOKYIHOCTH M Ha IIOHH-
skegHoM ypoBue sHaummoctu 0,01 (MNR = 3,73 >
> 3,32 = Cgs,0,00)-

6. BriOpoc He OKa3bIBAET 3HAYKMMOIO BIIMSTHUS
Ha O[THOPOJHOCTH JAHHBIX, HO CYIIECTBEHHO BIUAET
Ha MPUTOTHOCTH ANMPOKCHMHUPYIOIINX pacipeneie-
HUH: HaOJI0aeMble YPOBHU 3HAUUMOCTH JJIA BCEX
pacmpenenenuii 6e3 BbIOPOCA CYIIIECTBEHHO BBIIIIE,
yeM ¢ BbIOpocoMm (Tabi. 2).

HcnonpsoBanmu Hemapamerpuueckuit MAD-rect
IUIs BBIOOPOK HEOOJIBIIIOT0 pasMepa, OCHOBAHHBIA HA
BBIYMCIEHUN MEIUAHBI a0COMIOTHBIX OTKIOHEHUM.
TecroBas craTucTuka

|xp —m(x))|

MAD=—"%2 """ 3)
m(|x; —m(x;)|)

r7ie Xp — MpoBepsaeMoe 3HavYeHue; m(x;) — Meauana
HCXOHBIX JIAHHBIX; 3HAMEHATeIb — MeJuaHa a6co-
JOTHBIX OTKJIOHeHuH. B MAD-Tecte BHIOPOCOM CUH-
TaeTcsa 3HAYEHUe, I KOTOPOTO TeCTOBAs CTATUCTHU-
Ka IPeBBIIIAeT YUCI0 IATh. [l paccmarpruBaemMoi
coBorymHOcTH Benmaua MAD = 6,4 > 5.

IIponenypa npuHATHA pelIeHUN

Pacuer 6asucoB mpoBoguTCSI KaK IJIA MaTepHa-
JIOB, IIPOYHOCTHBIE CBOMCTBA KOTOPBIX W3BECTHBI

Ta6auua 1. Pesynsrars: BxogHoro koutpois mnpenpera HexPly

WA MOTYT OBITh PACCYMTAHBI, TAK W JJII MaTepua-
JIOB, HCIBITHIBAEMBIX BIIEpBbIe. Bec u mpuopurer
KaKIOT0 W3 KPUTEPHUEB YCTAaHABIMBAETCSI BJKCIEp-
TOM HJIM TPYIIION DKCIEPTOB 1A KaKI0TO MaTepua-
Jla ¥ BHUJA UCIBITAHWUYA HA HAYAJIBHOM CTaIUU ITPO-
recca TMPUHATUA pelleHnsd — OOBMMHO [0 Hadaia
TIPOBeJIeHUsA HCIbITaHui. Ha 3aKI09nTensHON CcTa-
VY pelleHre O KajKIOM KOHKPETHOM ciydae IIpH-
HHMAaeT OJUH 4YeJIOBEK, B TEOPHUH SKCIIEPTHBIX OIle-
HOK HAa3bIBAEMBbIH «JIUIIOM, IPHHHUMAIINM pelle-
Hue» — JIIIP [7].

JKcIepThl (MK SKCIIEPT) MOJBKHBI UMETh HH(OP-
MaIii0 0 Marepuajie, TaKyl KAk IT0CIeq0BATe]b-
HOCTBH YKJIAIKH CJIO€B, BUIbI WCIIBITAHHUM, YCIOBUSI
MPOBEEHUs UCIBITAHUN, a TaKKe WHMOPMAIHIO O
TPeIbIAYIIEeM OIbITe UCIBITAHUN JAHHOTO MU CXO-
JKEero ¢ HUM MaTepuaia (CpefHUe U MaKCUMaJbHbIE
3HAYEHHUA, XapaKTepHad BeluunHa paszbpoca, IoKa-
3aTenu CTA0WILHOCTH XapakTepucTuk). Hada xax-
Io# u3 mpobiieM (BBIOPOCHI, OJHOPOAHOCTD, BH pac-
MpEeIeIeHNs) SKCIEPThI BbIAEISIOT KIIYEBble KPH-
Tepuu W paspadaThIBAIOT IIKAJIbI, B KOTOPBIX JIITP
[IPEJICTOUT OLIEHUTh Ka:KIbIH U3 KPUTEPHUEB.

IlocKOMBKY COBOKYITHOCTh BO3MOKHBIX BapHAH-
TOB pelleHus mpobaeMbl IpeACTaBiseT coboil aBe
aIbTEPHATUBBI — «JIa» WU «HET», IIKAILy BbIOH-
paioT Tak, 4TOOBI MHEHHE B IOJb3y AJbTE€PHATH-
BBI «J[a» OIEHHUBAJIOCH TOJIOKUTEIHHBIM YHUCIOM, a
«HET» — OTPHUIATEIbHBIM. [Ipu mpeBbIIeHN HEKO-
TOPBIMU «IPUOPUTETHBIMU» KPUTEPUAMHU OIEHKU
BBIIIE WJIH HUKE «KPUTUIECKOU» OCTAIbHbIE KPUTE-
puH MOTyT He paccmarpuBarbcs. llpuwopurerHble
KPUTEPUH U UX KPUTUIECKHE 3HAYCHHUSA TAKKe ycTa-
HaBJIMBAIOT DKCIIEPTHI.

Or pemeHusi SKCIIEPTOB 3aBUCHUT, HACKOJIBKO
cy0bekTuBHBIM OyaeT pesyabrar paborel JIIIP. Ects
BO3MOJKHOCTH MAKCUMAIFHO MUHUMU3UPOBATD CyOh-
exkruBHOCTD (BMecro JIITP oxkoHuaTenbHOE pereHue
OyZerT BBIYMCIEHO KOMIIBIOTEPHBIM IPUIOKEHHEM),
OTHAKO OIIBIT PabOTHI C AJITOPHUTMOM IIOKA3BLIBAET,
YTO TAKOU IOJXOJ KeJIATEIbHO UCIIOIb30BATh TOIb-
KO /I XapaKTepPHCTHK MaTepuaja, KOTOpbIe YiKe
ObLIH MOJy4YeHbI paHee B JOCTATOYHOM oObeMe (Ha-

Howmep naprun

Pesynbrars! ucnbiTanuin

1 2 3 4 5 6 7
Toueunbie 3HAYEHUS ITPOIHOCTH 83,9 68,8 68,8 67,7 66,2 65,3 72,4
obpasuoe B napruu, MIIa 67,6 64,6 67,0 69,6 66,0 70,9 65,6
67,8 70,5 65,6 70,1 63,1 69,3 71,3
75,4 69,2 68,4 71,3 68,9 67,2 70,4
64,5 60,9 65,6 72,8 68,6 73,9 64,5
Cpenuee suauenue, MIla 71,8 66,8 67,1 70,3 66,6 69,3 68,8
Koaddunuenr sapuaruu, % 10,9 59 2,2 2,7 3,5 4.8 5,2
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IIpUMep, pPes3yIbTaThbl IIEPUOAUYECKOTO BXOJHOTO
KOHTPOJIsA), TIPU YCJIOBHH, YTO MHEHHUA 3KCIEPTOB
II0 KaKIOMY M3 KPUTEPHEB OKa3bIBAIOTCA COTJIACO-
BamHBIME [7].

Hrak, B mporecce SKCHEPTHOTO OIEHUBAHUSI
Mpolleypbl aHAIN3a BHIOPOCOB HKCIIEPTAM HEOOXO-
MO PaCCMOTPETh CIAEIYOIIHEe BOIIPOCHL:

1) MeXIIapTUHHBIN aHAINS;

2) TOBTOpPHBIE UCIIBITAHUS,

3) 3aBBIIIEHHBIN PE3yJIbTAaT;

4) HuU3Kui pazbpoc 3HAUEHUH;

5) ypoBens 3Hauumoctu kpurepusi MNR;

6) OIHOPOAHOCTH M HOPMAIBHOCTH JAHHBIX;

7) pe3ynbTaThl HETIAPAMETPHUYECKUX TECTOB.

IIpoBepka ycmoBus, sBASETCI A BBIOPOC B
ONHOM M3 ITAPTHH CTATHUCTUYECKUM BBHIOPOCOM [IJIS
IpyruxX HapTUM, a TaKke AJIA BCEU COBOKYIIHOCTH,
3amporpaMMUpOBaHa u Jerko ocymiectBuma JIIIP;
9KCIEPThl MPeABAPUTEIbHO peNIalT, Kak Oyaer
YYIUTBIBATHCA JTOT KpUTepuil. B ciydae moctymHO-
CTH TIOBTOPHBIX HCIIBITAHUH CJIEIyeT PeIluTh, Kak
MMEHHO yYUTBHIBATh ux pesynbraTthl. Caemyer ompe-
IeNUTh, KaKoe 3HAYEeHNe MOKHO CUHTATh Pe3yiIbTa-
TOM, IIPEBBIIMIAIOIIAM BO3MOKHBIE ITOKA3aTeln Ma-
Tepuana, NU60 IMMOCYUTATH, YTO OHO HEW3BECTHO.
IKCIIepTHI MOTYT HUCKIOUUTD AaHHBIA KPUTEpHUH U3
paccMoTpenus, Kak u jiob6ou apyroi. Onupasnces HA
3HAHUA 0 MAaTepPHUAJIe U UCCIEIyeMOH XapaKTepUCTH-
Ke, cleyeT yCTaHOBHUTb, KaKoi pasObpoc 3HAYEHHUH
cunTaeTcad HU3KUM. J[aHHOMY KPUTEPHUIO0 MOKHO Ha-
3HAYUTH IIPUOPUTET: eClIu HAOII0JaeTcd BapUALIHS
HUKEe OIPEeIeIeHHOT0 3HAYEHHUT, CTATUCTUIECKHUUH
BBIOpOC He ymamsercs. I[Iporpamma, mcmoab3dyemast
JIIIP, paccuuThIBaeT KpUTHYECKHE 3HAUEHUA KPUTE-
pus MNR Ha TOBBINIEHHBIX ¥ MOHHUKEHHBIX YPOB-
Hax saagyumoctu (0,10, 0,025 u 0,01), Kpome OCHOB-
Horo 0,05. 910 mMO3BOIAET YKA3aTh UHTEPBAJ, B KO-
TOPOM JIEIKUT HAOMIOaeMbI yPOBEHb 3HAYMMOCTHU
kputepus MNR. B 1mrectom Bompoce HpeICTOUT
peluTh, KaK OIeHUBATh BIAUIHIE BHIOPOCa HA OIHO-
POIHOCTb AAaHHBIX U BUJ pacupeneneHud. B s3axmo-
YeHHe CleJyeT Ha3HAYUTDh BeC KaKJOMY U3 KpHUTe-
pues.

JIITP omenHuBaeT KaKObI W3 KPUTEPHUEB IIO
MIPETIOKEeHHOM SKCIePTAMH IIIKajIe U PACCIUTHIBAET
WHTETPAJIbHBIN I[OKA3aTelb KAYecTBA KAK CyMMY
NIpOM3BEeHUl OIlleHOK Ha Beca. Ecimm pesynbrar
OKayKeTCs OTPUIATEeNbHBIM, 3HAYEHWE CUYUTAETCS
BBIOPOCOM, KOTOPBIH yAAJIIeTCA W3 NATbHEHIITHX
pacyeTos.

IIpuBenem pesyabTar 9KCIEPTHOTO PEIIeHUs 10
Mpolleype aHairsa BBIOPOCOB /A WCIBITAHUH HA
MEJKCIIOeBOM CABUT IIPU IIOBBIIMIEHHOU TeMIepaType
BhIcOKompounoro mpemnpera HexPly. B xome o6cy:x-
JeHUs TPUOPUTETHBIMU OBLTH BBIOPAHBI CIIEIYIO-
e KPUTEPHUH:

KPUTHYECKUM 3HAYEHWEM BapHMAaIli¥ HA OCHOBA-
HHH OIIbITA AHAJIOTUYHBIX UCIBITAHUHI IIPUHATO 3HaA-
yenue 4 %, T.e. Bapuanua HmwKe 4 % Kak BHYTpH
ONHOM IIAPTHH, TAK W B OOBEIMHEHHON COBOKYII-
HOCTH IIO3BOJISIET COXPAaHUTh BBIOPOC 6e3 paccMoTrpe-
HUA IPYTUX KPUTEPUEB;

ecu coXpaHeHWe MWW yAaJeHue BbIOpoca IpH-
BOOUT K CYyIlleCTBEHHOMY ¢ Touku 3penus JIIIP
VIIYYIIEHUI0 KAPTUHBI OMHOPOMHOCTH W/WJIM HOP-
MaJIbHOCTH JAHHBIX, JAHHOE PeIleHHe IPU3HAHO
KPUTUYECKUM U OCTAIbHbIE KPUTEPUU MOTYT HE pac-
CMATPUBATbHCA.

Ina Beibpoca, HAGIIOMAIONIETOCT BHYTPH OJHOH
Y3 TIapTUH, IPEAI0KEeHO K HHTEerpaIbHOMY IIOKa3a-
Te0 TPUOABIATH OJUH OAJT 32 KAXAYIO MMApTHIO,
IUIS KOTOPOM JaHHOe 3HAYeHWe He SBJSEeTCS CTaTH-
CTUYECKHM BBIOPOCOM, U BBIYUTATH U3 HErO 10 O{HO-
My 6asay 3a ocraBiivecs maptuu. Korga mocTymHbl
pe3ynbTaThl TMOBTOPHBIX HCHBITAHWUH, 100aBlIeHHE
I 3aMeHA UMU IMEPBUYHBIX UCIBITAHUU IIPOHCXO0-
nut 1o yemorpenuio JIIIP. B Tom cayuae Korga 3ua-
yenwne npounoctu npesbimiaer 80 Mlla, Berauraer-
cs1 oqun 6amt, 85 MIla — Tpu 6amna. Ecau suage-
HUe Kod(pUIMEeHTa BAPHUAIINN He TpeBsIaer 5 %,
npubasisiercs nea 6amna. s Beibpoca 1mo BH3Y-
JIBHOH OIIeHKe, SBIAIONIEr0Cs CTATHCTHIECKUM BBI-
6pocom Ha ypoBHe 3HaummocTu 10 %, BBIYHUTAETCS
onuH 6amt. s cTaTueTUIecKoro BrIOpoca Ha YpOB-
He 3HAYUMOCTH 5 % BBIUMTAETCS OOWH 0ajj, eciIu
3HAYEHHE OKA3bIBAETCS BHIOPOCOM HA YPOBHE 3HAYH-
moctHu 2,5 %, u nBa 6asna Ay ypPOBHSA 3HAYMMOCTH
1 %. SmauumMoCTh BIAWSHUA HA OTHOPOMHOCTDH IAH-
HBIX U CTEIEeHb COTJIACHUSI C HOPMAJIbHBIM pacipeie-
nenueMm ompenensaer JIIIP mo mkame or -3 mo +3,
I7ie OTpUIlATEIbHbIE 3HAYEHUA COOTBETCTBYIOT CH-
Tyaruu, KOrja Mocjie yAaaeHHsd BhIOpoca JaHHbIE
CTAHOBATCS OJHOPO/IHEE W/WIK HOpMAasIbHee, a IOJI0-
JKUTEIbHbIe — o0parHo# cutyaruu. 1lo pesynbra-
TaM HemapaMeTpUdYecKOTO TeCTa K HHTErpaIbHOMY
[IOKA3aTeno MpubaBifgeTca BeIWYHNHA, paBHASI pas-
HOCTH KPHUTHYECKOTO 3HAUYEHHUsS 5 U OKPYIVIEHHOH 0
I1eJIOT0 BeJIUYUHBI CTATUCTUKH MAD, BbIMUCI€HHOM
o opmyite (3). IIpuuaro perrenne, 4To BCce KpUTe-
puu UMeIoT OJUHAKOBBIN Bec.

s amanmsa mamHbIx u3 Tabna. 1 mporemypa
NPUHATHAS PENIeHUs MOKET OKas’aThCi KOPOTKOM,

Ta6mauua 2. AHanus ypoBHS 3HAYMMOCTH AIIIIPOKCUMUPYIO-
IIUX pacrpeneaeHni

HabaronaembIit ypoBeHb 3HAUUMOCTH

IIposepsiemsbrit BU kpurepusi Auznepcona — Jlapnunra

PacHpeReTert ¢ BBIOpOCOM 6e3 BrIOpOCA
Hopwmamnsmoe 0,07 0,79
BeitGymna 0,000 0,26
JloraopmasnnHoe 0,18 0,79
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Ta6auna 3. IIpumep pacuera HHTErPATIHLHOIO TOKA3ATENIS

Howmep kpurepusa 1 2 3

Bamabr +1 — -1

Hroro

ecrau JIIIP mocuuraer, 4To pe3yabTaThl, IPEICTAB-
JIeHHbIe B TabiI. 2, IO3BOJIAIOT yIAJIUTh BBIOPOC CO-
[JIACHO TIPUOPHUTETHOMY 3akmiouenuio 6. Bosmox-
HBI pacyeT WHTErpPaILHOTO MOKA3aTeNs HA OCHOBE
IIPUBEJICHHBIX BbBIIIIE€ KPUTEPHUEB U 3KCIIEPTHBIX Pe-
mieHuil mpeacrasied B tadm. 3. Ilo pesymbraram
IAHHOTO pacdyera BhIOPOC ClIefyeT YIOAIUTb U3 pac-
cMoTperua. BupHo, 4To OAUH 13 HEPBBIX TPEX KPH-
TepUeB, MPEIJIOKEHHBIX ABTOPAMH aJITOPUTMA, OKa-
3ajca HemocTymeH (pesyabTaThbl HOBTOPHBIX HCIIBI-
TaHWH), a [Ba APYTHUX B CyMMe JAiOT HOJIb, T.€. HEOIl-
penenennocts. lIpumenenue ke MOMOMHUTEIBHBIX
pexomeHpanuii (¢ 4 Mo 7) IO3BOIKIO JOCTHYL 000C-
HOBAHHOTO PEIIEeHUS.

Takum 06pasoM, mpeio:KeHHbIE B paboTe Kpu-
TEPUM TI03BOJAIOT C BBICOKOU CTEIEHBIO JIOCTOBEP-
HOCTH 0GOCHOBATH TIPUHATOE perenne. Mosker mo-
Ka3aThCsiA, YTO MCIIONb30BAHME GOJIBIIEro KOJIMYeCT-
Ba KPUTEPUEB YCIOMKHAET paboTy SKCIepTOB, HO
clenyeT UMeTh B BHAY, YTO BCECTOPOHHHUH aHAIN3
BBIOPOCOB CIIOCOOCTBYeT JIydIlleMy MOHHUMAHHUI HX
MPUPOJIBI, B TO BpeMs KaK OCHOBHAS I€JIb MPOIEIY-
PBI BKCIIEPTHOTO OI[eHWBAHUA — C 6OJbIIeH J0CTO-
BEPHOCTHIO OMPENeTUThb, ObLI I BHIOPOC Pesyabra-
TOM CBOMCTBEHHBIX MATEPUAIY Pa3bpPOCOB 3HAYEHUH
WM OUIMOKOM, IPUYUHY KOTOPOH He yJaaoch o0Ha-
PY&UTB.

[Ipennoxenuble TpoIeAypsl aHamu3a BBIOPO-
COB, a TaKKe aHain3da OJHOPOJHOCTH HAHHBIX WU BU-
OB pacIipeeeHrii MOTyT ObITH MCIOJb30BAHBI HA
JTame pasBeqOYHOr0 aHATH3A JAHHBIX, KOTOPBHIH B
00s3aTeIbHOM TIOPSAKE IIPEAIIeCTBYeT IIpUMeHe-
HUIO COBPEMEHHBIX METO/IOB IIPUKJIAHOM CTATUCTH-
KH, ¥ TIPH KOHTPOJIe Ka4ecTBa IPOoIlecca U3rOTOBJIe-
HUA U UCIIBITAHUA MaTepUuaJsioB.
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