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ens qamnHOM paboThl — PA3BUTHE METOAUKY WUCCIEAOBAHUS XMMUIECKOTO COCTABA IPHUPOTHBIX
¥ CHHTETHYECKHUX a30TCOAEPKAIINX COEAMHEHUN C IIOMOIIBI0 PEHTTEHOCIIEKTPATIHLHOTO MUKPO-
ananmusza (PCMA) u ero ucnoanb30BaHue I UACHTH(MUKALINH (DOPMbBI BXO/KIEHUA JIETKUX dJIe-
menToB (C, N, O) B KOMIUIEKCHbIE aHHOHBI ¥ KATHOHBL. AHamu3 mpoBoauay 1o Ka-TuHHIM, BO3-
HUKAOIUM IPU 3JIEKTPOHHBIX [IEPeX0ax U3 BAJEHTHBIX 2p-COCTOSHUN BO BHyTpeHHUE 1s-co-
cTosHusA. BbLu BhIABIEHBI XapakTepHbie ocobernrocTu Ka-crriekrpos C, N, O, Biusiornue Ha 110-
JydeHue mpaBUIbHBIX pesyiabraroB PCMA, u ompeneneHbI MONPAaBKY, YIUTHIBAOIIE HHTE-
IPATbHYI0 WHTEHCHBHOCTD JIMHUM, 9()(DEKT CAMOIIOTIIOIIEHNS IMHUHM a30Ta U TIOTJIOIIEHU a30-
ToM (DOHOBOTO H3IyueHus. MeTonuka SBIgeTCs YHUBEPCATIHHOM: OHA IPeIHA3HAYEHA JJI UCCIIe-
JIOBAHWS PA3IMIHBIX a30TCOIEPKAIINX 00PA3I0B, B TOM YHCIIE W AJIMA30B, IIOIYyIEHHBIX IIyTEeM
JIETOHAIIMOHHOTO cHHTe3a. [[0BepXHOCTD TaKMX 06PA3II0B OOBIMHO HOKPHITA CII0EM KHUCIOPOI- U
asoTcomepKaux (PyHKIMOHANLHBIX rpynn. OCHOBHOM 3a/aveil, CBA3aHHOM C 3KCIIEPHMEHTOM,
SIBJISIETCS HAXOKIEHUE ONTUMAIBHBIX YCIOBUHI Bo30y:KIeHus u perucrpaunu Ka-nmuawmii. Mcro-
Jb3yeMoe yCKopsroliee HAMpsKeHue cocrasisaer 10 kB, Toxk myura — 50 — 120 HA. IIpu anammsze
B audp(pepeHIInaIbHOM PEKUME PETUCTPALIMY aMIUIUTYIbI CUTHAJIA Mbl HCIIOJIb3yeM YHUBEPCA-
JIbHYIO (7151 JIF00BIX 0OPA3IIOB) SMINPUYIECKYI0 (DOPMYILY IS OIMCAHUS (DOPMBI KPUBOM MHTEH-
CHBHOCTH (poHA B 00IACTH JIHHIH a30Ta. ¥ CTOHIHBOCTH 00PA3IIOB K BO3JEHCTBHIO HIIEKTPOHHOTO
IIy4YKa ITOBBIIIAETCI PEKUMOM pacTpa ¢ TuHeHHbIM pasmepoM 20 — 40 MKM U iepeMereHueM 00-
pasua B npegenax mwiomankn ~100 X 100 MrM?2 (ecu I03BOAAIOT pasMepsl obpasna). Koxment-
PAIUH OIIPefieIsieMbIX SIIEMEHTOB PACCIUTHIBAIN € IOMOIII0 porpamMbl PAP ¢ ncnons3oBanu-
eM KoadpurmenTos nornoienns B. L. Henke. IIpu Toxke 80 HA npenens: o0HApyKeHUS yIIepo-
na, krciaopoaa u asora cocrasmu 0,33, 0,46 u 0,86 % Macc. COOTBETCTBEHHO.

KiaroueBnie ciosa: peHTI‘eHOCl’IeKTpaJIbHI:IfI MUKpPOaHa/In3;, PEHTTeHOBCKHE Ka-CHeKprI;
asoT; asoTcogepiralyue CoOequHeHUd, XUMUYIeCKasa CBA3b.

FEATURES OF THE X-RAY MICROANALYSIS (ELECTRON PROBE MICROANALYSIS)
OF NITROGEN-CONTAINING COMPOUNDS
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The goal of this study is development of the method for studying the chemical composition of natural and
synthetic nitrogen-containing compounds using electron probe microanalysis (EPMA) and the use of
EPMA for identification of the form of occurrence of light elements (C, N, O) in complex anions and cat-
ions. The analysis was performed using Ka lines attributed to electronic transitions from valence 2p states
to internal 1s states. The characteristic features of the Ka spectra of C, N, O, which affect the correctness
of the EPMA results were revealed to introduce the corrections that take into account the integrated line
intensity, the effect of self-absorption of the nitrogen line and absorption of the background by nitrogen.



6 «3aBoackad saboparopusda. [[marnoctuka marepuaaos». 2019. Tom 85. Ne 11

The method is intended for studying different nitrogen-contained samples including diamonds obtained
by detonation synthesis. The surface of these samples is usually covered with a layer oxygen- and nitro-
gen-containing functional groups. The main problem associated with the experiment is determination
of optimal conditions for excitation and registration of Ka lines. The accelerating voltage used is 10 kV,
the beam current is 50 — 120 nA. In the analysis in the differential mode of recording the signal amplitude
we use the same (for all samples) empirical formula to describe the shape of the background intensity
curve in the vicinity of the nitrogen line. The resistance of the samples to the impact of the electron beam
is increased when using a raster mode with a linear size of 20 — 40 pm and sample movement within
the area ~100 x 100 um? (if possible with allowance for the sample size). The concentrations of the de-
termined elements were calculated using the PAP program with B. L. Henke absorption coefficients.
The detection limits of carbon, oxygen and nitrogen at a current of 80 nA were 0.33, 0.46 and 0.86 wt.%,

respectively.

Keywords: X-ray microanalysis (electron probe microanalysis); X-ray Ka-spectrum; nitrogen; chemical

bond; nitrogen-containing compounds.

Beenenue

Jlanuas pabora SBISETCS MPOMOJIKEHHEM WC-
ClIeIOBAHMI 1O paspaboTKe METOIWKH PEHTTEeHO-
CIEKTPAILHOTO OIPEeeeHUs JIETKUX JJIEeMEHTOB B
Pa3IMYHBIX MHHEpPAJaX W CHHTETHYECKHUX COeIu-
HEHWAX, B TOM YHCIIe YIbTPATUCIIEPCHBIX aIMa3ax.
B mocnegume rogasr pesko BO3pOC MHTEPEC K yIbTpa-
IUCTIEPCHBIM aaMas3aM [eTOHAIMOHHOTO CHUHTe3a,
HAIEIIUM IPUMEHEHHE B HOBBIX 00JI1aCTIX, B 4aCT-
HOCTH, K TIPUPOJIE TPUMECed B ITOBEPXHOCTHOM CJIO€
YaCTHI] 3TUX 00HeKTOoB [1 — 3].

Ha nepsom srare [4] meToguka 6b11a 0orpoboBa-
Ha IIpu aHanu3e KapboHatoB. B maHHOI craThe oc-
HOBHOE€ BHUMAHUE y/IeJIEHO OIPeIe/IeHUI0 a30Ta, KO-
TOpOe, HA HAIIl B3TJISA, COIPIKEHO C HAMOOIBIITUMU
CIIO/KHOCTSIMHU TT0 CPABHEHUIO C OIpPeNeeHueM Ipy-
rUX JIETKUX 9JIeMeHTOB. B xoze paboThl MbI perain
CIIeAyIOIINe 3a1a9u:

1) mombop CHHTETHYECKMX HEOPTAHUYECKHX U
OpraHuYecKux 00pasI[oB, B COCTAB KOTOPBIX BXOMST
KOMILJIEKCHBIE aHWOHBI U KATHOHBI — QHAJIOTH
(QyHKIIMOHAIBHBIX TPYIII, — AJIS H3YYEHHUI BO3MOK-
HOCTEH PEHTTeHOCIHEKTPAIBbHOTO MHKPOAHAIN3A
(PCMA) azorcomep:ralinx CoeqnHEeHH;

2) pasBHUTHE METOIUKH HAXOKICHUSI ONTHMAIb-
HBIX YCIIOBUH BO30Oy:KIeHUS U perucrparuu Ka-iu-
HUM yIiaeposa, a3oTa u KUCI0Po/a;

3) BBIABIIEHHE XapaKTEePHbIX ocobeHHocTeN Ka--
ciekrpoB C, N, O, Biausmomux Ha IIOJIyYeHHe IIpa-
BUJIbHBIX PE3yJIbTATOB OIpeelleHus STUX JIeMEeH-
toB MerogoMm PCMA, u ncmonb3oBaHue 3THX 0COOEH-
HOCTeH I UAEHTU(PUKAIIUNA TUIIOB (PYyHKIIMOHAIb-
HBIX IPYIII B YAbTPAIUCIEPCHBIX 00pasIax.

Panee MeTonuKyM peHTTEHOCIEKTPATBHOTO MUK-
poaHau3a Pa3IUYHbIX MUHEPAIOB W XUMUYECKHUX
COeIMHEHUH Ha JIETKUE dJIeMeHTHI 0T 6opa 10 ropa
ObLTH paspaboTaHbl A OOPUI0B, HUTPHUIOB, OKCH-
0B, kapbumos [5 — 10].

JKCIEePUMEHTAIbHASA YaCTh

B pabore mcmonb3oBagu MOAEPHU3UPOBAHHBIN
mukpoanaiusarop «Camebax-microbeam» (®Ppan-
M) C BOJIHOBOHU paucrepcuei. Ka-TUHWH JIETKUX

9JIEMEHTOB PETUCTPHPOBAIMA C IMPUMEHEHHWEeM Ha-
KJIOHHOTO CIEKTPOMEeTpa C KPUCTAIIOM-aHAIN3a-
topom ODPB (creapar ceumma, 2d = 99,98 A).
Hcmonb3oBaayu MPOTOYHBIM MTPOMOPIIMOHATBHBIN
cdeTywK € TOHKHUM (1 MKM) MOJHUIIPOMHIEHOBBIM
OKHOM. BBIT0 BBIOpaHO yCKOpAMIOIlee HAIpIKeHUe
10 kB, Tox nmyuka snexkTpoHoB — 50 — 120 HA.

Ob6vexmut uccnedosarnus. Jlis waydeHus BO3-
MOKHOCTEH PEHTTEHOCIIEKTPATHHOTO MUKPOaHAIHN3a
a30TCOEePKAIUX COeIUHEHUN HCCIeI0BaTH CHHTEe-
THYECKHe 00pasibl HEOPTaHWYECKUX W OpraHude-
CKUX COeJUHEHHH HM3BECTHOTO cocTaBa. Beibop KoH-
KPeTHBIX 00BEKTOB (HUTPATHI METAJJIOB, AMMOHUSI,
KapOOHMILHOE COeIUHEHHE U JIP.), COIEPKAIUX KOM-
IUIEKCHBIE aHWOHBI U KATUOHBI — AHAJIOTH (PyHK-
[UOHAJIBHBIX TPYII, ONPEAEAICA IelIbI0 OTPA3UTh
pasHoobpasue artux rpynd. Jas waydenus opmbl
CIEKTPaIbHOM WHTEHCUBHOCTH (POHA HCIIOIb30BATIH
obpasiibl ((POHOBBIE), HE COmep:Kalllhe a30T, HO CO-
JepsKalme, M0 BO3MOYKHOCTH, KATHOHBI HCCIIEIy-
€MBIX COeIUHEHU a30Ta (MPUBEIeHbI HIKE):

Hccnenyembie o6pasmbr . . . . . . . ®onoBBIE 00PABIILI
NH,NO; .. ... ... Anmas (cTaTuueckoro cuHTesa)
NaNOg. . . ... ... Anp6out NaAlSi;Og
AINOg)g . . v v o oo e AL, Oq4

Og. . oo oo Oprormras KAISi;Og
RbNO; . . ... ... ... ... ... . Rb,Nb,O;
AgNO;. . . . .o Ag, Ag,Te
Kap6amun (NH,),CO . . . . ... ... ... .. CaSO,
BN —

Hcenemyembie asorcomep:kaliiue o6pasibl Ipe-
CTaBJIAIN COO0M MOHOKPHCTAJLIBI, IIOJyYeHHbIE Me-
TOZOM IEPEKPUCTAIIM3AIAN U3 UX MePeHACHIIeH-
HBIX BOIHBIX PacTBOPOB. llomxopmsinue KpuCTAILIBI
pasMepoM HECKOIbKO MHJIIMMETPOB BBICYIITHBAIIHN
IIp¥ KOMHATHOM TeMIlepaType, He IOJIUPOBAIN U 3a-
KPEILISIN Ha MOJI0KKE U3 IBYCTOPOHHETO YIJIEPOJ-
HOTO CKOTYA WM HA YellyHKaX HHIWSI TaK, 4TOObI
oHa u3 TpaHed obecleyuBaja TIJIATKYI0 IIOBEPX-
HOCTB JJI1 HCCIICTOBAHNM, IePICHANKYIAPHYIO IIyd-
Ky DJI€KTPOHOB.

Buwibop obpasyos cpasuenus. B kauecTse o0pas-
noB cpaBHenus (CO) mms C, N u O ucronszoBanu
00pasiibl M3BECTHOTO COCTaBa — YIIbTPAAUCIIEPCHbBIE
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ayMasbl CTATHYECKOTO CHHTE3a € JUHEHHBIM pasMe-
pom 20 - 50 mxm, BN, s u Fe,O3 coorsercrsenHo,
yIIaKOBaHHBbIE B INAIIKY W3 SIOKCUAHOH CMOJBI,
¢ moceyomiel monupoKoii. O6pasIbl cpaBHEHUS
MPOBEPSIN HA YCTOMYUBOCTH K BO3JEUCTBUIO DIIEK-
TPOHHOTO Iy4dka B TeueHue 200 ¢ mpm TOKe IIOIJIO-
[IEHHBIX 9JIEKTPOHOB 10 150 HA.

Cmabuavnocms unmencusnocmu. W3sBecTHo,
YTO MHTEHCUBHOCTH KAK IUCKPETHOIO, TAK U HeIpe-
peiBHOTO crekrpa ((OH) IPOIMOPIIMOHAILHA TOKY
3oHma. OmHAKO IIPYM HEZOCTATOYHOHU IIPOBOAMMOCTH
obpasiia Ha ero II0BEPXHOCTH BO3HHUKAET OTPH-
aTeIbHBIN 3JIeKTPUYEeCKUU 3apas, KOTOPBIN OTKIIO-
HAET MAJA0IUH IMYYOK W CHH/KAET ero SHEPTHIO.
B wurore ymenbiiaerci WHTEHCUBHOCTH BO3HHKA-
IOI[ET0 PEHTTeHOBCKOTO HW3JIyJeHWs, MHPHUIEeM TeM
cuibHee, 4eM 00JIbllle TOK HAJAIOIIUX JJIEKTPOHOB.
OmnbIT HOKA3bIBAET, YTO OXHOM TOAJIONKKH U3 yIJe-
poxuoro crkorua wirum Merayuia (In) HemocraTouwHO
oI cHATuA 3apsana. [lpu sToM coemuHEeHHUA € WOH-
HBIMH ¥ KOBAJIEHTHBIMH CBS3SIMH BeIyT cebs pas-
JINYHO: HAIpPHUMep, OTKJIOHEHWE IIyYKa 3JIE€KTPOHOB
OT IleHTpa o0pasiia HUTpaTa aMMOHUA (IHUSJIEKTPH-
Ka) mocruraino ~40 MKM, pe3KO yMEHbIIIAJICSI TOK I10-
[JIOIIEHHBIX 371eKTpoHoB. HaobopoT, mpoBogumMocThb
HUTPATA HATPUSI UMEET NOHHBIN XapaKkTep U HAMHO-
IO BBIIIE BIEKTPOIPOBOIHOCTH HHUTPATa AMMOHUST;
B OTOM CilydJae OTKJIOHEHHWS IIy4Ka JJEKTPOHOB He
Ha0J0IaJI0Ch, TOK ITOTJIOIIEHHBIX DJIEKTPOHOB Me-
HAJICS caabee.

Boin mcmonb3oBaH pacmpocTpaHEHHBIH CIocob
60pBOBI ¢ adpderToM 3apsaaKu 06pPasIoB — HaHECe-
HHe Ha TIOBEPXHOCTb TOHKWUX TOKOIIPOBOJAIIUX IIO-
KPBITHH: YIVIEPOJHOM IIJIEHKH (HambLieHue rpadu-
TOM B BakyyMe) WU ILJIEHKM AHTHUCTATHKA (aspo-
30JIb), COMEP:KAIIEr0 YTIIEBOJOPOAbI U STHIOBBIH
cuupt. llpn HambiteHUn 00pa3Ibl 3aKPEILIATN HA
yermryiikax meraiia (In), mpu sToM BEpPOSTHO TEp-
MUYECKOe IOBpekaeHne o6pasroB HuUTpPatoB. [lpu
HCIIOJIb30BAHUM JKUIKOTO AHTUCTATUKA 00pasIbl
3aKPEIUIAIN Ha IOJIOKKE U3 YIJIEPOJHOTO CKOTYA,
a PACTBOPUTENh B COCTAaBe aHTHCTATHUKA IIOC/Ie Ha-
HeceHUs Ha MTOBEPXHOCTh 00pasiia NCHapsiiu B Tede-
Hue 30 — 60 MUH TpU KOMHATHOU TeMIIepaType.

Ha puc. 1 mokasano HapyllleHHe II0 Mepe YBeIH-
YEeHHUA TOKA MAJA0IINX 3JI€KTPOHOB JIMHEHHOTO POC-
Ta UHTEHCUBHOCTH He TonbKO Ka-muuwnit N u C, HO 1
ona (maske mpW U3MEPEHHH B pEKKUME pacTpa
20 X 20 mgM? ¢ mepemerneHHeM 06pasla OTHOCH-
TEJbHO IIyYKa HIEKTPOHOB) B 06pasiiax, MOKPHITHIX
yriepofHoi mmeHKod (cM. puc. 1,a) u auTHcra-
tukom (cMm. puc. 1,6, 8). AHamorudubii 3 derT
Haba0aeTca W A JUHWU Kuciaopoxaa. i Bcex
OIIpe/ieIIeMbIX JIETKUX DIIEMEHTOB 3(p(eKT 3apaaKu
00pasiioB ¢ POCTOM TOKA MPUBOIUT K 3aHUIKEHUIO
M3MEPEHHBIX WHTEHCHBHOCTEH OTHOCHUTEIHHO CTaH-
IapTHBIX 00pasioB (K-oTHOIEHUI), TaK KaK B IIO-

CTIeHUX Takas moxsapanka orcyrersyer (BN, an-
Mas Ha puc. 1, 6, 8, Fe,05 u 7.1.), 1, cmeoBarensHo,
K B3aHWKEHWIO PACCUUTHIBAEMbBIX KOHIIEHTPAIIHH.
[TosToMy TOK my4Ka 9I€KTPOHOB HEOOXOIUMO BBHIOH-
pars B 06JacTH IUHEHHOTO M3MEHEHUS WHTEHCHB-
HOCTH AHAIUTHIECKUX JTUHUU KOHKPETHO I KaK-
moro obpasma (cm., mampumep, KNO; u NH,NO;
Ha puc. 1, a). Ilo pesynpraram Hammx wuccieoBa-
HUU MaKCHUMaJIbHbBIN TOK IPU U3MEPEHUU B PEKUMeE
pacrpa 20 X 20 MEM? OrpaHHYMBAETCA 3HAYCHHEM
50 HA.

B nensx ysenwdeHus WHTEHCHBHOCTH AHAJIUTH-
YEeCKHX JIMHUH [JIs U3MEPEeHUH ObLI BLIOPAH pasMep
pactpa 40 X 40 mm? ¢ mepememeHueM o0pasia
B npepenax mromagku ~100 X 100 Mxm?, 4To 1I0-
3BOJIMJIO ITOBBICUTH TOK IIOTJIOIIEHHBIX JJIEKTPOHOB
1o 120 — 150 A (cm. puc. 1, 6, 8) U, Kak ClIeICTBUE,
YBEJIWYUTb UHTEHCUBHOCTD JUHUH IPUMEPHO B 2 — 3
pasa.

Ha moBepxmoCTH HCCIeayeMbIX 00pas3I[0B MOTYT
TIPUCYTCTBOBATh A30TCOMEPIKAIINE U JPYyTHhe KOM-
IIeKcHbIe Tpynnbl. [IpoaykramMu pasnokeHus HUT-
paToB B TBepHOH (pase SBISIOTCA IIOCIEIOBATEIHHO
HUTPHUTHI, OKCOHUTPATHI, OKCUIBI, HHOTA METAJIbI
(korma oxcup Heycrouuus, Hampumep, Ag,O Ha mo-
Bepxuoctu AgNO;), a B rasoBoii paze — NO, NO,,
O, u N,. Ilpu Bo3zmelicTBUM IydYKa 3I€KTPOHOB HA
06pasIbl, MOKPBITHIE YIJIEPOSHOH IIEHKOM, HAOJIO-
JaJIv, 9TO IPOBOJAIIAA IJIEHKA WHOTJA B31yBaeTCA
u jomaercd. O6pasibl, MOKPHITHIE CIOEM AHTHCTA-
THKA, 0Ka3ajuch 00jiee YCTOMYUBHI K BO3IEHCTBUIO
My4YKa BIeKTPOHOB. K Ipyrum mpeumyiiecrsaMm aH-
THUCTATHKA CIEJyeT OTHECTHU €r0 HPOHUKHOBEHWE B
IIOpPHI ¥ HEPOBHOCTHU Pelbeda MOBePXHOCTH HETIOIH-
pPOBaHHBIX 00pPa3I[0B, YTO O0GECIIEYUBAET CILIOIII-
HOCTB TOKOIIPOBOJIAIIETO MOKPHITUA U IPEIATCTBYEeT
00pPa30BaHUIO JTOKAJIBHBIX CKOILIEHUH 3apAIOB.

Cuernoe Bpems mpu omnpexmernenuu C, N u O
o6braro BhIOMpanu 10, 100 u 30 ¢ cooTBETCTBEHHO.
Ha pmuc. 2 moxazaHo u3MeHEHHE HHTEHCHBHOCTU
NKa- u AgLo-nmuunii B o6pasue AgNO; mpu mocite-
IOBaTeIbHBIX H3MepeHuax 06e3 cMeleHns 0o6pasia B
peKuMe TOYKHU U pacTpa U CO CMEeIlleHUeM B PeKuMe
pacrtpa. 3aHWKeHUA HWHTEHCUBHOCTU aHATHUTHYE-
CKUX JTUHUH KATHOHOB II0 Mepe pPocTa CTATHIECKOTO
3apsana Habmoganu takke aisa aurpaTroB Na, K, Rb
(omeprus K-yposueit Na u K — 1072,1 u 3607,4 5B;
LII,III'yPOBHeﬁ Rb — 1863,9, 1804,4 5B [13]) u ap.
Hawubomee sddexruBHO BO30Yy:KIeHHEe PEHTTEHOB-
CKOT'0 U3JIyYeHUs JIeKTPOHAMHU, SHEPTUS KOTOPHIX B
IBa pasa MPEeBbIIIaeT KPUTHIECKYIO SHEPTUI0 HOHH-
sanmu [11, 12] (sueprusa K-yposueit C, N, O pasua
283.,8, 400,0, 531,7 5B coorBercrBenuo [13]). Takoe
pasivurie B SHEPTHUAX HOHUI3AIUK IIPUBOIUT HeE
TOJBKO K 3aHUKEHHUIO0 CyMMbI PACCUUTAHHBIX KOH-
[EHTpAIUi BCEX JJIEMEHTOB B o0pasie, HO H K
omwubKaM B aTOMHBIX COOTHOIIEHHSIX W3-3a PA3JIH-
YU C POCTOM CTATHYECKOTO 3apsja Yuciia MOTepsH-
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Puc. 1. Narencussocts (I) Ko-muHUHN a3ora W yriepoza B 3aBUCHMOCTH OT TOKA ITaAlOIINX HIEKTPOHOB: @ — NKa-muHus,
yriepoauoe Hambuienue, pactp 20 X 20 mem2; 6, 6 — Ko-nmuauu N u C COOTBETCTBEHHO, MTOKPBITHE W3 AHTUCTATHKA, PACTP

20 x 20 mxM? (1) 1 40 X 40 mrm? ¢ nepemenieHreM obpasia (2)

Fig. 1. Ka-line intensities (1) of nitrogen and carbon depending on primary electron current: ¢ — NKa line, deposited-carbon,
raster 20 X 20 pm2; b, c — NKa and C Ka lines, respectively; antistatic coating, raster 20 X 20 pm? (1) and 40 X 40 pm?2 with

sample movement (2)
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Puc. 2. 3aBucumocts narencuBHocTH Ka-muuuu N (1 - 3) u
La-muaun Ag (4 — 6) or Bpemenu ansa obpasma AgNO; mpu
TocIe0BaTeIbHBIX H3MEPEHNUAX: aHATIU3 B PEIKUMe TOIKH —
1, 4; B pesxume pacrpa (15 X 15 mm?2) — 2, 5; B pesxume pac-
Tpa ¢ mepemerneHuaMu B obmactu 50 X 50 mgm2 — 3, 6
(10 B, 120 HA, Bpems cuera ogHOro usmepenus — 30 ¢)

Fig. 2. Time dependence of NKa line (I - 3) and AgLa line
(4 - 6) intensity for AgNO; sample during the consecutive
measurements: point mode analysis — 1, 4; raster mode
analysis (15 X 15 pm?2) — 2, 5; raster mode analysis with
sample movement (50 X 50 pm2) — 3, 6 (10 kV, 120 nA, cal-
culating time of single measurement — 30 sec)

HBIX AKTOB MOHHU3AIUU I BO30Y:KIEHUS PA3HbIX
aToMOB.

IIpu onpenenennu opmbr NKa-TuHUH B HUT-
patax u3MepeHUs CIEeKTPAJIbHOM WHTEHCHUBHOCTHU
MPOBOIMIHN IIPHU ycKopsitoiieM Hanpsixenun 10 kB u
TOKe mmydka 21eKTporHoB 80 — 110 HA B mHTepBaie
Asin©® = 4000 - 10-%, pasHOMepHO pasbuTom Ha 40
y4acTroB (41 Touka), B pe:KxuMe pactpa ¢ TMHEHHBIM
pasmepom 50 MKM ¥ II€peMeIeHreM 10 IOBEepXHO-
cTu 06pasIa; CYeTHOE BpeMs W3MEPEeHUs WHTEHCHUB-
HOCTH B K0 Touke — 30 c.

O6cy:xaenue pe3yabTaTOB

Onpenenrenne HHTEHCHBHOCTH
dona Ka-muauu N

Hsmernernus nenpepvlénozo (mopmo3nozo) cnek-
mpa. Ilpu mMurpoanamuse BO30y:KIAIOT IIEPBUYHOE
PEHTTEHOBCKOE M3IIyYeHre, TT03TOMY (POH B 00IacTH
Ko-nmuHuii JIeTKMX 5JeMEHTOB OIpefesserca IIpe-
HMyIeCTBEHHO HeNIPepbIBHBIM TOPMO3HBIM PEHT-
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TeHOBCKHM H3JIyYeHHEeM, BOZHHUKAMOIINM IIPU B3au-
MOJEHUCTBHH IIy4Ka SJIEKTPOHOB (yCKopsmllee Ha-
npsa:xenne — 10 kB) ¢ aromamu uccaenyembix 06-
pasmoB. Ha WHTEHCHBHOCTH HEIIPEPHIBHOIO CIICK-
Tpa, BO30y:KIaeMOoro B 00pasiiax B JINHHOBOJHOBOM
obacTu, TakiKe BIHSIOT 00paTHOE PaCCesHHe DJIeK-
TPOHOB, CHJIBHOE IIOTJIOIIeHNEe WM3IyYeHHs U allla-
patypuble uckaskenus [11, 12].

HMurencuBHOCTD (POHA U3MEPSIOT PSAOM C JIUHU-
eif ¢ ITMHHOBOTHOBOH (Iy,,) M/UIH ¢ KOPOTKOBOJIHO-
BOH (ch—) CTOPOHBI OT MAKCHMyMa aHAJIUTHIECKOH
auaun. /18 wHTEeHCHBHOCTH (POHA B MaKCHMyMe
aHaTUTUYeCKOu auunu (I g‘a") uMeeM:

Iglax = Y+Iq)+ = Y—Iq)_, (1)

rme y., Y. — K03pUIMEeHTbI HAKIOHA JIUHWH,
anmnpokcumupyioiei ¢ou. Hampumep, mmsa yrie-
pona B obnactu Ka-nuuaum y, = y_ = 1 [4]. Jluaun
asoTa W KHCIOPOJA TONAJAlT HA HAKJIOHHBIH
YYaCTOK HEIPEPhIBHOTO (TOPMO3HOTO) PEHTTEeHOB-
ckoro crekrpa. IIpu sTom eciiu B 06s1acTu TUHUY KH-
ciopoaa pOH MEHSEeTCA IMHEHHO, XOTS U € 6OJIBIITHM
HakiIoHoM (Tabma. 1), To B obacTu IUHWK a30Ta JIH-
HEHHOCTH OTCYTCTBYET.

YunuThiBasg  DHEPTeTUYECKOe paclpefiesieHne
doroHoB HempepsiBHOrO crekrpa [11, 12], mpwu-
OMIMKeHHYI0 SMIIMPUIECKY0 opMyJIy aJs pacuera
CIIEKTPAIIFHON WHTEHCUBHOCTH (PoHA B obiactu
JVHUH as3oTa B obpasmax, He COAep:Kallux asoT
(mampumep, B anmase (rpaduk Ha puc. 3)), HO CO-
IePIKAIINX KATHOHBI WCCIEAYEeMbIX COeTUHEeHUMH
aszora (cM. yKasaHHbIe Bbillie (POHOBBIE OOPA3IIHI),
noxyyanu ¢ momornbio nporpammbl EXCEL cneny-
oruM  obpasoM. CHekTpanbHyI0 HWHTEHCUBHOCTD
dona I4(x) = f(x) wsmepanum B HHTepBale IJIHH
BomH A =27-35A (Asin® = 7000 - 10-5), pasHO-
MepHO paszburom Ha 70 paBHBIX y4acTKoB (B 71 Tou-
Ke), mpu yckopswomeMm Hanpskenwu 10 kB, Toke
myuka 37aekTpoHoB 120 — 140 HA u cueTHOM Bpe-
MEHU W3MEpPEeHHUW HHTEHCHBHOCTH B KAKIOW TOU-
ke 3 — 5 ¢ B nuddepeHInaIbHOM pPeKIMe PerucTpa-
uwuu (cM. puc. 3). [lepemennasn Benvanna x = A/A™,
rome A" = 2d sin ™2 = 31,335 A COOTBETCTBYET
IJIMHEe BOJHBI B Makcumyme Ka-TuHWE asora B
BN,y (B cuHTETHYECKOM 00pasiie H3BECTHOTO COCTa-
Ba, WCIIONB3yeMOM B Ka4yecTBe 06pasiia CpaBHEHUS
IUIA a30Ta).

Hdna ompeneneHWs SMOUPUYIECKOH (DOPMYJIbI
PACCYUTHIBAIA 3aBHCUMOCTD BEJIMUMHBI ¥ OT X (CM.
puc. 3) Kax

y(x) = I(0)x?. (2)

3areM MeTOJOM HAWMEHBIINX KBAJApPaTOB all-
MpOKCUMHPOBAIN y(x) JIUHEHHOH 3aBUCHMOCTBHIO
(myHKTHpPHASA JTUHUI HA PHUC. 3):

y(x) = A -ax. (3)

300
g o I
s s
= 250 w oy
A «TPeH[»
=
E | o oR&g
£ 200 &0
g > SRICA
£
$ 150
)
~
100 ‘

0,88 0,9 092 094 096 0,98 1 1,02 1,04 1,06 1,08 1,1 1,12
x = A/Amax

Puc. 3. $opma dona («rpenn») IuHAU a30Ta B ajaMase

Fig. 3. The background intensity (trend) of NKa line in
diamond

Ilogacrasue ypasuenue (3) B (2), mosyuaem gop-
MyJIy IJisi pacdera CIeKTPAIbHOM HWHTEHCHBHOCTH
doma:

(1—x)}:A 2 @
Y

a

A-a
I ()=2"%14
» ) x2[ A-a

Benmuuna 1/y ompemenser Toabko opMy KpH-
BOH MHTEHCHBHOCTH, 8 HHTEHCUBHOCTH (DOHA B MAK-
cumyme auHuUM (mpu x = 1) [ b= A - a sBusercs
HOPMHUPYOIIMM MHOMKHUTEIEM, 3aBUCAIIAM OT COCTa-
Ba obpasna. Ho Torga Hakion doua paBeH

2
yy =t (5)

- a °
1+A 1-x,)

—-a

ITpu PCMA, usmepuB HHTEHCUBHOCTD (hoHA g,
PAIOM C aHAIUTHYECKON nuHHeH, mo dopmyre (1)
ompejiensieM WHTEHCHBHOCTH (pOHA B MaKCHMyMe
aHATUTHIECKOH muHuu [ 4%,

Ha puc. 4 Hapanmy ¢ SKCIIepUMEHTAIbHO OIpejie-
smeHHON hopmoit ona B obmactu Ka-TuHUM as3ora
nns BN,y 1 00pasioB CHHTETHIECKUX COeIMHEeHHH
¥ MHHEPAJIOB, HE COAepP:KalluX a30T (TOYKH), IIpej-
CTaBJEHBI «TPEH[bl», PACCIUTAHHBIE II0 (POPMYJIe

Ta6mauua 1. I[Tapamerpsr 11 onpeneseHuss HHTEHCHBHOCTH
d)OHa: IIOJIOKECHHUS MaKCUMyMa HUHTEHCHBHOCTH aHA/IUTHUYEe-
CKOU JIMHUH ¥ TOYEK U3MepEeHus (POHA OTHOCUTEIHHO MAKCH-
myma (sin 6max, A sin 0. ), maxmon dona (y.)

Table 1. Parameters for determination of the background
intensity: the position of the maximum intensity of the ana-
lytical line and points of the background measurements re-
lative to the maximum (sin 6™, Asin 6,,), the background
slope (y.)

Ananu-

TTonoxenune TTosurusa

Hagxmomn,
THYecKasd MAaKCHMyMa JIUHWH, H3MepeHus QoHa, v
JAHUAS 1075 - sin max 1075 - Asin By, *
OKal7] 23100 +3000 1,6
NKa 31341 -1600 0,826
+1600 1,211
CKa [7] 44193 -2000 1,0
+4100 1,0
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Puc. 4. PenrtreHoBckre CreKTpbl 06pasioB COeqUHEHHH 1 MUHEPasIoB B obaactu Ka-mvaun azora B narepsaie 27 — 35 A (ycro-
pstoiiee Hanpsurenne — 10 kB; Tok myduka smekTponoB — 120 — 140 HA; Bpems cuera B Touke — 3 — 5 ¢; Amax = 31,335 A coor-
BeTcTByeT MakcumyMmy Ka-muaun asora 8 BN, muddepeniuanbubiil pesum JUCKPUMUHAIIE aMILTUTY Tl CUTHATA)

Fig. 4. X-ray spectra of the samples of compounds and minerals in NKa line within the range of 27 — 35 A (accelerating volt-
age — 10 kV, electron beam current — 120 — 140 nA, calculating time in the point — 3 - 5 sec; 11, = 31.335 A corresponds to
the maximum of NKa line in BNcub, the differential mode of the amplitude signal discrimination)

(4). Koadppunmenrtsr xoppensuuu R MexKIy 9KcIe-
PUMEHTAIBHBIMA W PACYETHHIMU 3HAUYCHUSIMU HH-
TeHCUBHOCTH (POHA B 00JaCTH MaKCHUMyMa JIUHUN
asoTa MpuBeaeHbI B TabI. 2.

YcraHoBIEHO, YTO ()OpMa HEIPEePLIBHOTO CIIEK-
Tpa NPAKTUYECKH He 3aBUCUT (IpU HEU3MEHHOM
YCKOPSOIIeM HaNpsSKeHWH) 0T 3(PQeKTUBHOTO

aTOMHOTrO yucja oopasia (IIpoBepeHo ais 06pasIos
¢ 3(p(hpeKTHBHBIM aTOMHBIM YHCIOM B qUanasoHe 6 —
75,3). Ha puc. 5 mokasana ycpemHeHHas OTHOCH-
TeIbHAA WHTEHCHBHOCTb (hoHa Ig/ b, MBMepeH-
HOTO IS IIECTH (POHOBBIX 00pPA3I0B COENUHEHWUI,
He COoJep:KalluxX asoT (ammapaTypHble HCKAKEHUT
VUHUTBHIBAIOTCA aBTOMATUIECKH).
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Ta6muna 2. Koaddunuentsr koppenanuu (R), sdderTuable aromuble yucna (Z,;) u 3HaueHusa HarkmoHA ¢oHa (y.) Ha pas-
JMYHOM PACCTOSHUM OT MAKCHMyMa JIUHUH a30Ta B BN, ¢ 11 oroBBIX 06pasmos

Table 2. Correlation coefficients (R), effective atomic numbers (Z.4) and background slope values (y.) at different spacing
from the maximum of nitrogen line in BN, for background samples

Asin© = -3700 - 107°

DoHOBbBIE T R Asin 6, = +38400 - 10-5 Asin®, = £1500 - 105
06pasIret € a Y4 Y- Y+
Amnmvas 6,0 0,974 0,651 1,451 0,841 1,182
Al,O,4 10,6 H/0O 0,552 H/0 0,780 H/0O
CaSO, 13,4 0,970 0,630 1,506 0,828 1,201
RbyNb,O,; 31,97 0,951 0,618 1,541 0,821 1,213
BaSO, 37,34 0,974 0,633 1,499 0,830 1,199
Ag 47,0 0,917 0,638 1,485 0,833 1,194
In 49,0 H/0O 0,573 H/0 0,794 H/0O
Bi,O4 75,27 0,952 0,642 1,475 0,835 1,191
Cpennee — — 0,617 1,493 0,820 1,197
IIpumeganme. «H/0» — He ONPEIENIIIN U3-38 HAJIOKEHUS MEIIAONUX JINHWH.

Z i oIIpeieniieTcd KaK CyMMa IIPOU3BeeHIH KOHIIEHTPAIIUI BCEX 9JIEMEHTOB B 00pasiie Ha UX aTOMHbIE HoMepa Z.

Ta6auna 3. Memaromniue THHUY U Kpas [IOIVIOUEHUA PAAa 3JIeMeHTOB B obmactu Ka-1uHun a3ora

Table 3. The interfering lines and absorption edges of the elements in the vicinity of NKa line

®oHOBBII 06paser; JneMeHT C, % macc. JIlunus Kpaii mormouienus ) A1) A/Amax

Ag,Te Ag 37,16 My 30,82 0,984
My, 31,14 0,994

BN,y N 56,4 K 31,03 0,990

31,335* 1

Al,O4 Al 52,09 Ka(4)** 33,357 1,041

Oproxnas 9,8

Amns0ur 10,19

Oprokmnas Si 30,7 Ka(4) 28,502 0,911

Annour 32,17

* JlaHHbIe HTOH PAabOTHL
** B ckoOKax yKasaH MOPAI0K OTPAKEHUS.

He6onbinre pasiauuvs B HAKIOHAX «TPEHIOB»,
HO MAaKCHUMAJbHbIE JJI HCCIEIOBAHHBIX (POHOBBIX
06pasIoB, MOTYT OBLITh CBSI3aHBI C HAJIOKEHUEM Me-
[IAOIIUX JIMHUA BBICIIAX IIOPSATKOB OTPAMKEHMS
(Tabi. 3) WIK ¢ PA3TUIHBIM BHUIOM 3aBUCHMOCTH KO-
adpdurireHTa MOTIOMIEHUA OT JIUHbBI BOJTHBL.

Kak moxaspIiBaloT WMCCIEOBAHUS IOMYyYEHHBIX
C HCIOJIb30BAHUEM PEHTIEHOBCKOIO CIEKTpOMeTpa
«Creapar» iryopecrieHTHBIX Ka-CIIEKTPOB a3ora B
NO-, NOy,- u NHy-rpynnax [14], cmexkTpsl azora
pAaCIeIIAIOTCA Ha KOMIIOHEHTBHI B HHTEpBaje
395 — 410 sB!. Yro6b1 MpubIU3UTHL 3HAYEHHUS KO3~
(punimenToB HakmOHA (poHA K eTUHHUIIE, WHTEHCHUB-

1 demopenko A. JI. PeHTreHOsIE€KTPOHHOE U PEHTTEHO-
CIIEKTPAIIbHOE UCCIIEL0BAHNE DIIEKTPOHHOTO CTPOEHUS CTa-
OUIBHBIX HUTPOKCUIBHBIX PASUKAIOB U KOMILIEKCOB IIepe-
XOJHBIX METAIJIOB Ha MX OCHOBE: JHUC. ... KAHA. (DU3.-Mar.
Hayk. — HoBocubupck, 2015.

HOCTBH (DOHA HY:KHO HU3MEPATH KaK MOKHO OIMKe K
o6macru crexrpa 30,243 — 31,430 A, uro coorserer-
Byer Asin®, = 1600 - 105 (cm. Tabm. 1).

Hanoorcerue mewarowux aunuii. B tabn. 3 npu-
BeJIeHbI JINHUH HEKOTOPHIX DIIEMEHTOB (IUCKPETHBIH
CIEKTp), HAKIAABIBAIOIINECT HA AHAIUTUIECKYIO
JIMHUIO a30TA. JTO CIIEKTPHI BBICIIUX MTOPIAKOB OT-
paskenus ot kpucramia ODPB. IlosTomy npu ana-
JW3e WCIHOoJAb3yeTcsi Mu(PepeHnaaIbHbId PeKUM
perucrparuu ammIuTyabel curaaia (mopor — 0,5 B,
oxkao — 4,0 B). Ilpumep Takoro Hamo:xeHuUs Ipe-
cTaBJIeH Ha puc. 4, 0, e.

Kax Bumno us puc. 4, 0, e, HanboIee UHTEHCHUB-
ubI Memaortiue tuauu AlKa u SiKa ueTBepToro 1mo-
pAIKa OTpasKeHWs OT Kpucrawia. bojee ciabbie
nuckperHble nuHuM — KB-nmuaun v gunvu M-, L-ce-
puii 4 — 6-r0 TIOPAAKOB OTPAKEHUA — B CIIEKTPax
00pasIoB 3aMeUeHbI He OBLIHN.
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Puc. 5. OrHocuTenbHas WHTEHCHMBHOCTH (poHa [
= 1/y, B obmactu NKa ana o6pasmos anmmasa, Rb Cf\I nu
YCpPeIHEeHHBIN TPEH]I IS MIeCTH (DOHOBBIX o6pa3u013 (<—> —
IUATIA30H MPOTIKEHHOCTH AUCKPETHOro crekrpa N B pas-
JIMYHBIX A30TCOMEPKAIIUX COSTUHEHHUIX)

Fig. 5. Relative background intensity I,./Ipa = 1/y. in
the region of NKa line for diamond and RbZNb‘lO11 samples,
average trend for six background samples (<> — the range
of discrete N spectrum in different nitrogen-containing
compounds)

Bausnue na ¢porn cmpykmypst cnekmpos nozao-
wernus. llpuBenennnie Ha puc. 4 U3MEHEHHU HHTEH-
CHUBHOCTH (DOHOBOTO H3JIyUYEHUS XapaKTepPU3yIOTCS
MOHOTOHHBIM M3MEHEHHEM K09((UIMeHTOM II0IJI0-
mennda. Ecan B 06/1acTh aHAIUTHYECKOR JIMHUU a30-
Ta IOMANAIOT KPas IIOTJIOIIEHUsS 3JIeMEeHTa, BXOJd-
II[ero B COCTaB 00pasiia, 3TO CKa3bIBAeTCA HA HHTEH-
CHBHOCTH W CTPYKType (oHA mox nuHneid (cm.
tabn. 3). Ha puc. 6 mokasam sdpeKT MOorIomeHus
M y-kpasvu cepe6pa HeIIPepLIBHOTO CIEKTpa B 00-
mactu Ko-nmuaun asora B Ag,Te mo cpaBHeHHO C
YHCTBIM TeJLIypoM, rae 3erT orcyrcTByeT. Poib
CKAUKOB TOIVIOIIEHHUS YYUTHIBAIN BBEIEHHEM IIO-
mpaBok [13]:

I(I;ax :(Y+Fa{nax/Fa+)I(b+’ (6)

rie I, — u3MepeHHas HHTeHCUBHOCTDb (poHA crpa-
Ba OT aHaAMUTHYecKoH muamm; F"* u F; — mo-
MPaBKX HA MOIJIOIIeHHE, PACCUNTAHHBIE B IIPOTrPaM-
Me PAP ¢ mpuMeneHureM pa3iaudIHbBIX KO3(QUIIHEH-
TOB TIOTJIOIIEHHUsI B OOJIACTH MAKCHMyMa JIMHUUA ¥
PAIOM ¢ HEW COOTBETCTBEHHO.

BawxHAa TOHKaA CTpPyKTypa Kpas MOTJIOIIEHU
asora 3anmmaer obmacts 400 — 430 5B, a sueprus
Ka-muanm azora — 392,4 3B [13], mostomy mpu
ananuse (POH U3MEPSIN TOJBKO C JITHHHOBOIHOBOU
croponsl muHUH (I4,), a Bruaaue K-Kpas morionie-
HUSA a30Ta Ha (DOH IO IMHUEH YIUTHIBAIN B HAKJIO-
He ¢oHA.

BianaHue THIA XHMHYECKOH CBI3H
ua ¢opmy Ka-cmeKTpoB asora

Jlerkue smementsr (B, C, N, O, F) onpenenstor
mo Ka-TWHUAM, BOSHMKAIIMM IPH JJIEKTPOHHBIX
rmepexofax M3 BAJEGHTHBIX 2p-COCTOSHUNM BO BHY-
Tpenune ls-cocrosuusa. [losroMy Ha momo:keHue u
opmy Ko-TMHHA JI€TKMX SJIEMEHTOB B pPasiind-
HBIX COENUHEHHAX CHJIBHOE BIHWSIHHE OKA3LIBAeT

Wﬁﬂmf%

=

oS

S
!

350 360 370 380 390 400 410 420 430 440 450
JHueprus, 5B

Puc. 6. OrHocuTenbHAA WHTEHCHBHOCTh (QOHA B 00JacTu
Ka-nmunun asora ana BN, Ag,Te u Te

Fig. 6. Relative background intensity in the range of NKa
line for BN,;,, Ag,Te, and Te samples

Ky6?

cub>?

XMUMHYECKAsA CBf3b, YTO IPHUBOAUT K CABUTY MAakK-
CHMyMa, MU3MEHEHHIO IINPHUHBI JUHUH, ITOSBICHUIO
CaTeJJIUTOB, PACIIEILIEHWI0O HA KOMIIOHEHTBI U T.1.,
a CcremoBaTeNnbHO, K OIMMOKAM B OIMPEIeIIeMbIX
KOHIIEHTPAIUIX.

ITo Tumy XMMHYECKO# CBSI3M a30TCOAEPIKAIIHEe
COEWHEHUS eNIT Ha WOHHBIE W KOBAJEHTHBIE.
B coenunenmax asora ¢ 6opom (BN,,) u Kpem-
HUEM KOBAJIEHTHAs CBf3b SIBJAETCH OCHOBHOM. W3-
BECTHO, 4T0 B HUTparax rpymnmna NOj mpexcraBnser
CO00M IIJIOCKHI TPEeyroJIbHUE ¢ aroMoM N*2 B men-
tpe. B mmockoit rpynme C-O-NO, xumudeckas
CBSI3b C OPraHUYECKHM PaJUKaJIOM — KOBAJIEHT-
Hasg; B HUTPATaxX MI[EJOYHBIX M I[EJIOUHO3EMENb
HBIX METAJIJIOB CBA3HW IIPEHMYIIIECTBEHHO HWOHHBIE.
B murpare ammonua N-3H,N*50; nsa atoma azora
HedKBUBaJIEHTHbI. B HuTpuTax anmon NO; mmeer
HenwHelHyo KoH(urypamuo: yron ONO pasen

115°, tun cBasu M-NO, — WOHHO-KOBaJIEHT-

HbIA. B oOpramuyeckux HHUTPUTAX CBI3b TPYIII

-O-N*3=0 c aromom yriepoga — KOBaJeHTHasd.
O

B kapbamume H,N~ “NH, aTOMBI a30Ta CBA3AHBI C
aToMaMu BOJOPOJA U YIJIepoaa, a KHCIOPO] CBSI3aH
TOJIBKO C YTJIEPOJIOM.

HccnemoBanmu dopmy Ka-crrekrpo N, C, O B
pasnuuHbIX obpasmax (pumc. 7, 8, Tabn. 4). Coexrp
asora B Kapbammue 1mo opMe MOmOOEH CIIEKTPY B
BN,y (cMm. puc. 7, a), 9TO CBH/IETENLCTBYET O KOBA-
JIGHTHOM THIIE CBSI3H aTOMOB asora ¢ cocemamu. C
Ipyroi cropoHsbl, Ka-cmekTp yriepoma (sHeprus
makcumyma “a” — 278,1 sB) B kapbamume momobeH
ciekrpy C B kapbomare CaCO; (mMakcumym —
280,2 5B) [4] (cm. puc. 7, 6): Hanmuyue nura “b” 00y-
CJIOBJIEHO TMPWMEIINBAHUEM BOJHOBON (DYHKIAU
2p-9IIEKTPOHOB YIJIepofa K BOJTHOBBIM (DYHKITHUAM
3JIEKTPOHOB Kuciaopoaa. HebosbImmoit HAmibB “¢” ¢
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Puc. 7. Ka-nmunawu N (a) u C (6) (3a BbI4eToM TOpMO3HOT0 (DOHA) B PA3JIUIHBIX COeIUHEHUIX, moayueruble mpu PCMA u Hopmu-

POBaHHBIE HA IIJIOMIAAb ITUKA

Fig. 7. Ka-lines of N (a) and C (b) (excluding bremsstrahlung background) in different compounds (EPMA data) normalized

to peak square

ITUHHOBOJIHOBOM CTOPOHBI JUHUY, BO3MOKHO, 00Y-
CJIOBJIEH XUMUYECKOH CBA3BIO YIJIEPOAA C a30TOM.

Conexrp asora B wmurparax (cMm. pwuc. 8, a,
Tabia. 4) TmpeAcTaBIgeT COOOM CYIEepHO3UIIHI0 JBYX
TPYII TOJI0C, CMEIEHHBIX APYT OTHOCUTEIBHO APY-
ra; Kasgkmas TpyImna cocrouT w3 AByx jauuuit (A, D
wiru B, F) ¢ cooTHOIIIeHreM HHTEHCHBHOCTE!H B MaK-
cumyMmax ~2:1 U OJUHAKOBBIM PACCTOSHUEM MEKIY
HuMu. llogBrneHre KOPOTKOBOJHOBOTO [IBOMHOTO
makcumyma (D u F) B criexrpe asora 00ycaoBiIeHO
MPUMEITHBAHUEM BOJIHOBOU (DYHKIIHH 2p-3I€KTPO-
HOB a30Ta K BOJHOBBIM (DYHKIIHSAM 3JIEKTPOHOB KH-
ciaopoxa [14 — 16].

C MIMHHOBOIHOBOHM CTOPOHBI OT OCHOBHBIX JIU-
HUM PACIIOIOKEHBI JI0BOJbHO MHTEHCHUBHBIE CATE-
qautel (C Ha puc. 8, a).

Ha puc. 8, 6 nmpuBenennr Ka-CIeKTphI KUCIOPO-
Ja BO BTOPOM IIOPAAKE OTPAKEHUA OT KPHUCTAJ-
Jla-aHanu3aTopa (IIOJHOCTHIO MOLYYUTH CIEKTD KH-
CI0pOJia B IEPBOM IOPAAKE OTPAKEHHSA He yAaIoCh
M3-3a TEXHUYECKUX OTPaHUYEHUH mpubopa).

Ha pwuc.9,a mnpeacrasien peHTreHORIyO-
pecuentubii Ka-cuektp N B napa-HUTpOaHU-
auae NO,-CgH,-NH,, momyyenHblif ¢ HCIOIB30-
BaHHEM YHHBEPCAIHLHOTO PEHTTEHOBCKOTO CIIEK-
tpomerpa «Creapar» (cM. cHOCcKy 1). [ma BosOy:x-
EHUs PEHTTEeHOBCKUX XAPaKTEPUCTUIECKUX CIIEK-
TPOB  HCCIIELyEMOTO BEIIEeCTBA  HCIIOJIb30BAIN

Ta6mauua 4. [Tapamerpsr Ka-TuHuii KHCIOPOJA U a30Ta: THII XUMUYECKOH CBs3H, mojoxenus (9B) monoc B Ka-cnexkrpax N u O
(PCMA) B pasnu4HbIX 060pasnax, IOIPaBOIHEIH KOI((HUIMEHT B OTHOCUTEIbHYI0 HHTEHCUBHOCTS (1)g)

Table 4. The parameters of Ka-lines for oxygen and nitrogen: type of the chemical bond, position (eV) of band in Ka-spectra
of N and O (EPMA) in different samples, correction factor to the relative intensity (ng)

DJIeMEeHT, TUHUS

Tun NKa OKa
Oo6pasern XUMHAYECKON
cBa3u* Makcumym N Makcumym o
A B C D F a*** b c d *
BN,6 K 398,7 396,2 388,0 — — 1,00 — — — — —
NH,NO, K+H 399,2 394,2 385,3 4158 410,6 1,32 526,2 523,1 529,2 — 1,38
NaNO, n 400,5 394,2 383,56 411,9 4075 1,28 526,2 521,3 528,0 518,3 1,354
Ca(NOy), - 4H,0 u 400,8 398,0 387,4 408,1 4056 1,50 — — — — —
Kap6amun K 398,0 3954 — — — 1,164 — — — — 1,037

* Tun xuMmudecko csasu: K — xosanenrtnas, K + I — kosanentuas + nounnas, I — wonHas.
** [JomrpaBouHbIe KO3(MHUIMEHTHI NS B OTHOCHTENBHYI0 HHTeHCHBHOCTSL yraepoga B CaCO; n kapbamumae pasabr 1,03 u 1,00

COOTBETCTBEHHO.
*#% JTTomoxxeHnne MakcuMyMa B cuekrpe Fe,0O5 — 525,0 9B.
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Puc. 8. Ka-nmuauu N (a) u O (6) (3a BeraeToM TOPpMO3HOTO (hOHA) B HUTPATAX, HOJIyIeHHbIe sKcrnepuMenTanbuo (PCMA) u Hop-
MHPOBAHHbBIE HA IUIOIIAAb [TUKA

Fig. 8. Ka- lines of N (a) and O (b) (excluding bremsstrahlung background) in nitrates (EPMA data) normalized to peak
square

Hsbexars omubOK B aHAIW3E, CBI3aHHBIX

C BIIMSTHHUEM THIA XUMHWYECKOHN CBSI3HM aTOMOB a30Ta

XapaKTePUCTUYECKOe W TOPMO3HOE H3IydYeHHe Me-
mu. Ha puc. 9, 6 npencrasnen Ka-criekrp N B HuT-
pare ammonus (NH,)*(NO3)~, monyueHHbIil B maH-
voit pabore (PCMA). Bugwmo, uro Kak u mias na-
PO-HATPOAHWIWHA, CIEKTP IIpeicTaBjaeT co0oH Cy-
MTEPITO3UIINI0 KOMIIOHEHT, OTHOCAIIUXCI K HEOKBH-

C COCeIHHUMH aTOMaM# Ha (DOPMY CIIEKTPOB, IO3BO-
JIIOT IIOIPABKHU g B K,,,-OTHOIIEHUSIX; IIPA STOM
aHAIM3 IPOBOIUTCA II0 MHTErPAJIbHBIM HHTEHCHB-
HocTaMm (Kyg):
BaJIEHTHBIM (pasHOBAJEHTHBIM) aroMaM asora (cMm.

Tabi. 4). Crerrp atoma azora NO,-rpymnmsr 0THOCH-

TeabHO crexrpa aszora NHy-rpynn B napa-aHuTpo-

aHuInHe cMeleH Ha 4,9 3B, kak u B HUTpaTe aMmmo-

Hug (A-B).

K, (7

HU3M
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8
SCT/ICT ’ ( )
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800 -
700 -
600
500 -

I, oTH. ef.

400 - e

300 -

/J \

200 -

100 -

T T T T | 0 / T T T T T T T T 1

375 380 385 390 395 400 405 410 415 420
Jueprus, 5B

Oueprus, 5B

Puc. 9. Ka-ciekrpsl N: @ — dKcriepuMeHTaNbHBIH (CITIONIHAA JUHNA) U TEOPETUIEeCKUH (IyHKTUPHAA JIMHUA) PEHTIeHO(IIyO-
PecClieHTHBIE CIIeKTPhI B napa-uutpoanwituse [14]; 6 — nonyyennsiii merogom PCMA B HUTpaTe aMMOHUA

Fig. 9. Ka spectra of nitrogen: a — experimental (continuous line) and theoretical (dashed line) X-ray fluorescence spectra in
spectral p-nitroaniline [14]; 5 — EPMA data for ammonium nitrate
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KS = IlSKnsM == 7/ =G5 9)
ICT SCT /ICT SCT
roe I,, I,, — m3MepeHHAs HMHTEHCHBHOCTH (3a BBI-

yeToM (POHA) B MAKCUMyMe AHAIUTHYECKOH JIMHUK
B HCCIeXyeMoM o0pasiie U 06pasiie CpaBHEHHs COOT-
BeTCTBeHHO; S,, S,, — cyMMapHas WHTEHCUBHOCTb
Ko-nuavu 3a BhrMeTOM cymMMapHOro ¢oHa Sy MO
BCEM TOYKaM M3MepeHwus (I) B cciemyeMoM obpasiie
u 00pasiie CpaBHEHHUA COOTBETCTBEHHO:
Sx :lei _Sd)’ SCT :ZICTi _Sd)’ Sq; :Iér)laxz’yl’
12 12 13

e YL = 40,261 mpm Asin@,, = £1600 - 105
13
(cormacro copmyne (1)). Snavenua n§ ana asora
B Qopmyse (8) misi pasaudHBIX 00pPa3I[OB IIPHBE-
nensl B Tabm. 4 (ana BN, S../I., = 13,475 u 3nave-
HYe MY [PUHATO PABHBIM €HHAIIE).
XapakrepHble 0COOEHHOCTH CIIEKTPOB MOTYT
OBITH KCIOJB30BAHBI IS IeJIed HIeHTU(DUKALNI
THIIOB a30TCOJEPIKAIIUX KOMILIEKCHBIX TPYIII B KC-
clefyeMbIx COeIuHeHuAX (Hampumep, QYHKIIHO-
HAJIBHBIX TPYIIN B ITOBEPXHOCTHOM CJIO€ JETOHAITH-
OHHBIX AJIMa30B).

Bauanune OaMiKHEH TOHKOM CTPYKTYPBI
CIIEKTPAa IOIJIONIEHUs a30Ta
Ha pe3yJabTaThbl aHAIN3A

Bruto ycraHoBimeHO, UTO B HUTpATaX 3HAYEHHE
Kg nist azora B hopmysie (9) 3aHHKEHO OTHOCHUTEIb-
HO KP2%! MOJIy4eHHOTO [JIT TEOPEeTHIECKUX KOHITeH-
Tparui B mporpamme PAP ¢ ucnionb3oBanuem koad-
¢uruenta mnormomenus PN, NKa) = 1810 em?/r
[17]. HccnemoBano BIHAHHE TPAMOTO (POTOIO-
TJIOIIeHnus aToMaMu aszora uanydenus NKa u Top-
MO3HOTO (PoHA B 00JACTH AHATHUTHYECKON JHHUU
asora Ha 3aHMKeHre K-OTHOIIEHUA B UCCIAELYEMBbIX
obpasrax.

B pa6orax [18, 19] msyuanu obiactb OnM:KHEH
TOHKOH CTPYKTYpPBHI 1S-KpaeB IOIJIOIIEHUS ATOMOB
9JIEMEHTOB BTOPOTO IEPHO/a B yIBTPAMATKOH PEHT-
reHoBCKoi o6mactu crexrpa (10 — 50 A) ¢ menomsso-
BaHHEM TOPMO3HOTO W3JIy4YeHUA PEHTTEHOBCKOU
TPYOKH C BOJB(PAMOBBIM aHOAOM? CIIEKTPOMETpPa
PCM-500 ¢ BormyToii aud)pakKIiMOHHON PEIIeTKOLM.
Ha puc. 10 upexncrasiens: K-ClieKTphI MOTJIOIEHU
asora: ONMKHSIA TOHKAsA CTPYKTypa Kpas pacroJara-
ercs BbIme mopora nounusanuu 400 3B B unTepBae
suepruit 30 — 50 8B u BEIOuaer B cebs y3Kwe WH-
TEHCUBHBIE ITOJIOCHI TTOTJIONIEHHH.

B smuccnonnbx Ka-cnexkrpax BN, 1 kapbamu-
na (KoBaJIeHTHBIN THUI CBA3H aTOMOB a30Ta C COCe[I-

2 CuskoB B. H. Pacnpenenenne cui OCIULISTOPOB B 00-
JIACTH PE30HAHCHOM CTPYKTYPbI YJIBTPAMATKHAX PEHTre-
HOBCKHUX CIIEKTPOB IIOIJIOIIEHUs MOJIEKYJ ¥ TBEPABIX TeJ:
IHC. ... MOKT. (pus.-mar. HayK. — Caurr-Ilerepbypr, 2003.

05, =f (E)

2,0

Partial cross section, Mb

0,5

0,0+

T T T T 1
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Puc. 10. ITaprmansubie cedeHUsa MOIVIOMIEHUS 06PA3IOB
NaNO; (cruromrnas muuus), NaNO, (yHKTHpHAd THHUA) U
NH,F (Toueynas nuHudA): Ha BCTaBKe IPUBE/IEHBI CIIEKTPATIb-
Hble 3aBucuMocTH cyMM N1S-mapnuanbHbIX CHI OCIIEILIATO-
PoB 3THX MOseKy [19]

Fig. 10. Partial absorption cross sections of the samples:
NaNO; (continuous line), NaNO, (dashed line) and NH,F
(dot line); the inset shows the spectral dependences of the
sums N1S-partial oscillator strengths of those molecules
[19]

HuUMH aTomMamu) mosock Boimre 400 5B npakruyecku
orcyrcrByfor (cM. pume. 7). B mmrparax (NaNOs,
NH,NO,), kak ciemyer us tabi. 4, sHepreTHIECKoe
nonoxkenne nmukoB F u D Ka-cexkTpa azora annoHa
NOj; (PCMA, puc. 9) 6;1H3K0 K S9HEPrHAM II0JIOC IIO-
rnomenwus (405,7, 413,9 5B [19]) (puc. 10).

Ouenky koadqduieHToB morioenus K-kpaem
N wunrencuBaHocT NKa-nuamm p*(N, NKa) B Hu-
Tparax IOIy4YuIu ciemyoomuMm obpazom. Msmepsaan
K, ,-orHomenud (7) nmpu 10 kB u Toke myura 50 HA
B pesume pacrpa 40 X 40 mm? ¢ mepemeleHueM,
9T00BI TAPAHTHPOBAHO WCKIIOUNUTH 3aHMKEHHE WH-
TEHCHUBHOCTH 3a CUEeT 00pa30BaHUA CTATUYECKOTO 3a-
pAma HA MOBEPXHOCTH 00pasioB. AHAIN3 IPOBOIHU-
M 10 MHTeTpaldbHbIM HHTeHcuBHOCTAM Kg, (9) c

MIOIIPABOYHBIMH KOd(PPUIIHeHTaMu ng (cm. Tabm. 4):

I

mwy T+

1

CcT

Kgo=nY b+ (10)

rne ICT = IédfM - Y+ICTd)+'

B nporpamme PAP mis TeopeTHyecKwx KOH-
nenrpamuit NaNO;, KNO;, NH,NO; u (NH,),CO ¢
K03 puIrmeHTOM mornomenns  pO(N, NKa) =
= 1810 cm?r paccuureBamu K }**-orHOmeEHHA
(rabm. 5). Iro smavenue P°(N, NKa) ucmonb3oBanu
Takxe u A obpasua cpasHenus BN, . [lamee om-
pelenanu 3HAYEHWE TOMPAaBKKM Ha IIOTJIOIIEHNe
Ka-nunnn ng :

nS =K(I)Jacq/KS,0 .

[TommpaBky Ha morioieHue (hoHA O] TUHUEH
BBIUUCIAINA UTEPAIMOHHBIM METOIOM U BHOCHUJIH B



16

«3aBoackad saboparopusda. [[marnoctuka marepuaaos». 2019. Tom 85. Ne 11

14000

12000 \\

10000 - \\

0\

An(N; NKa)

NaNO,

8000 -

Ap, em2/r

6000 -
4000 -
2000 -

T 2

0 . ‘
0,4 0,45 0,5 0,55 K

Puc. 11. 3asucumocts K-otHomenus anasa azora B NaNOg
or usmenenus W (N, NKa) ormocurensuo PN, NKa) =
= 1810 ecm?/r

Fig. 11. Dependence of K-ratio for nitrogen in NaNO; on
changes in p*(N, NKa) relative to p°(N, NKa) = 1810 cm?2/g

koapurment Harmona ¢onHa. Iad KOppeKTHOro
ydera 9TOH IIOMPABKU HCIOIb30BATH HOMPABOYHBIE
K09 (PUITIEHTHI I SMUCCHOHHOH juHuH [12]:

:ng I _Y+ I
Hu3am b
T]0 b+

1 0
nﬁb _np,5 Ks’l I
cr m

a HOBasd IIOIIpaBKa IJId SMUCCUOHHOM JTUHUN Torma
COCTaBHUT
1 _ acy
np _K (I)) /KS,I

u r.7. Ilpu n} i nit

N
s )
S,i ICT u3M

V.
|
nﬁ—l b+

}.

Yucimo wreparuii ¢ BBIOMPAIOT TaKUM 00pasoM,
9TOOBI TIOJIyYUTH XOpOIIIee COTJacue IOIPABOK
IJIT SMHUCCHOHHOM mnuHUH u (ona (cM. Tabm. 5).
[lonaras, uro zanumxenue Kg, oTHocuTenbHo K 5
00yCI0BIIEHO 2(P(PeKTOM CAMOIIOTJIOIIEHHUs, U3 Pac-
vyeroB B mporpamme PAP ompenensem 3HaueHue
p*(N, NKa), coorBercraymomee Kg; (puc. 11). 3Ha-
gernue Ap(N) = p*(N, NKa) - p°(N, NKa), xoropoe
ompepensercd  OMMKHEH  TOHKOHM  CTPYKTYPOM
K-ciextpoB morsomenus azora B NaNOQO;, oxasa-
nock pasabiM 7881 em?/r, a B NH,NO; — 3938 cm?/r
(cm. Tabm. 5).

B Ka-cmekTpe aszora B krapbamuzme (NH,),CO
(cMm. puc. 7) monoc Bwime 400 3B He 3aperucrpu-
poBaHo (aToM a30Ta He UMeeT XUMHUYECKOH CBS3U C
KucopoaoM) u 3pdeKT Pe30HAHCHOTO ITOTJIOIIEHUS
SMHCCHOHHOH JIMHUH OTCyTCTBYeT (cM. Tab. 5).

Ha mpumepe mutpara ammounums NHNO; (cwm.
Tabs. 5) BUAHA aAQUTHUBHOCTH BKJIANLOB OT HEJKBU-
BaJIEHTHBIX (PAa3HOBAJIEHTHBHIX) ATOMOB a30Ta B KO-
9(pPHUIMEHTHI TOTJIOIIEHNA: TOABKO TIOJIOBUHA ATO-
MOB a30Ta PE30HAHCHO IIOTJIOIIAeT H3JIyJeHHe Ha
nuse Bonabl nuHuu NKa. B KNO; ouens 6onbimnasn
TompaBKa Ha ToTaomenue 1, = K5 /K so' (e
Tabmi. 5) obycioBieHa 60gbIMIEM (POHOM IIPH BBICO-
KOM KO03(pHIleHTe IIOIVIOIIeHUsT H3Iy4YeHHus Ha
mimHe BoiaHbl auHuu NKa kaaueMm (Tadi. 6).

BamkHAs TOHKAsS CTPYyKTypa Kpas IOTJIOIeHHUs
yriaepona pacmosaraercs Boime 290 sB. B kapbamu-
e u CaCO; ocuoBHas crpykrypa crmexrpa C Ka pac-
nonoxkena Huke 280 5B, mosTomy B Ka-criekTpe yr-
mepoza OTcyTcTByeT 3(QQeKT CcaMOIIOTIONeHUs.

Ta6muna 5. [Tapamerpst 1y pacuera kosduireHTa HOrIoMeHus: naMeHeHre K-0THOLIeH s, II0IPAaBOYHbIE KO3(DUIIHEHTI
n7s yaera dopmbl criekTpa (nY) u nornomenus dona (ng’), OTIOTHUTENbHBIE K03ddunmenTs! noraouerus (Ap(N))

Table 5. The parameters for absorption coefficient calculation: changes in K-ratio, correction factors taking into account the
spectrum shape (n}) and background absorption (nl‘}’), additional absorption coefficients (Au(N))

Ob6paszery K, . w Ks) Kg; K§t CF, % mace.  Ap(N), em?/r nd
NaNO, 0,318 1,28 0,407 0,447 0,528 16,47 7881 1,193
KNO4 0,044 1,30 0,057 0,142 0,158 13,85 7876 1,115
NH,NO4 0,821 1,32 1,084 1,1503 1,433 34,99 3938 1,278
(NH,),CO 0,816 1,164 0,935 — 0,946 46,63 — 1,022
Ta6auma 6. Hexoropsie koadduiirmenTs mormomerus (cM2/T) mo JasabiM paboTtsr [19]
Table 6. The absorption coefficients (cm?/g) according to literature data [19]
D MECCHOHHAS Iormomaromuit aremenT
JTHASA N (6] C Na K Rb
NKa 1810 2530 25500 7330 35900 22000
OKa 17300 1200 12400 3520 19400 12800
CKa 4220 6040 2170 17000 5680 35500
NaKa 2970 4150 1980 561 3810 3298
KKa 118 162 82 360 167 1163
RbLa 785 1071 549 2338 997 910
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Ananoruuno u s kuciaopoaa: mosockl OKa pacro-
noxenb! Huke 531,7 5B.

Takum 06pasom, ¢ y4eToM OIpesieIeHHbIX B TaH-
HOIT paboTe mompaBok K K,,,-OTHOIIIEHUAM nls‘I , ng,
ng’ u Ap(N) (cm. Taba. 5) B mporpamme PAP [20]
ObLIN OIpe/ieNIeHbl KOHIIEHTPAI[UN JJIEMEHTOB B HC-
cnenyeMbix obpasmax (ta6m. 7). Ilpemensr o6uapy-
SKEHUS OIPEeIesIsii 110 20-KPUTEPUI0, COTIIACHO KO-
TopoMy ¢ 95 %-HOII BEpPOSITHOCTHIO MOXKHO OOHAPY-
JKUTh JIMHWIO JIEMEHTA JIWIh B TOM CIydae, eCiiu
ero coziep:xanue Gompie C

2M
Cp _2 e
M\

rae C,, — mpezen obuapysenus (% macc.), My u
M, — cxopoctu cuera (¢) B obactu pora u ot 1 %
MAHHOTO BJIeMeHTa, ¢ — BpeMsa dSKcrosumuu. [lpu
Toke 80 HA mpesien oOHApY:KEHUA yryiepona B Kap-
6amuzne cocrasua 0,33 % macc., a mipeaenabr 00HAPY-
JKEHUS KHCIOPOoAa W as30Ta B HUTpPATe HATPUS —
0,46 u 0,86 % macc. COOTBETCTBEHHO.

3axjaroueHue

B nanmoii paGoTe yCTaHOBIEHO, YTO IIPU PEHTTe-
HOCIIEKTPAILHOM MHKPOAHAIN3Ee PA3IUYHBIX MUHE-
PAOB M XMMWYECKUX COEIUHEHHH, B COCTAB KOTO-
PBIX COBMECTHO BXOMAT YTJIEPOJ, 30T U KHUCIOPO,
IIOMUMO CTaHIOAPTHBIX IIOIIPAaBOYHBIX d)aKTOpOB
nporpammbl PAP mpu aHanuse 1mo NUKOBLIM WHTEH-
cuBHOCTAM KQ-THHUI 9THX 2JIEMEHTOB CIEIyeT HC-
MOJIb30BATh TAKKE HETPATMI[MOHHBIE IIOIPABKH.
Tak rax Ko-muauu C, N, O BO3HHUKAIOT IIPHU SJIEK-
TPOHHBIX IEPEX0JaX M3 BAJEHTHBIX 2p-COCTOSIHHM
BO BHyTpPEHHHE 1S-COCTOSHUSA, HEOOXOIUMO YIUTHI-

BaTh BIAUAHHNE XUMUYECKOH CBA3KM HA PE3yIbTATHI
PCMA. Brumn ompeseneHbl TONPABKU, YIUTHIBA-
IOI[ie WHTETPAIbHYI0 WHTEHCHUBHOCTH JUHUH, B(-
(heKThI caMOmOTIIONIe U IWHUN a30Ta U IOTJIOIIe-
HUA a30ToM (poHOBOrO m3naydeHus. C mpyroit cropo-
HBI, XapaKTepHbIe OCOOEHHOCTH CIIEKTPOB MOTYT
OBITh HKCIIOJBb30BAHBI [JII HACHTU(PHUKAIIUA THUIIOB
(QyHKITMOHAIBHBIX TPYIII B UCCIEAYEeMbIX 00pasIax,
HAIIpUMep, JeTOHAIMOHHBIX anMazax. OmHAKO 5TO
TpebyeT TIATEIbHOTO y4eTa yCTONYMBOCTH 00pas-
OB K BOBJEUCTBUIO DJIEKTPOHHOTO IIyYKa 30HIOM,
0cobeHHOCTEH TTPOOOITOITOTOBKY U IPYTHUX SKCIIEPH-
MEHTATbHBIX (PAKTOPOB.

W3-3a BBICOKHX 3HAUEHHUH KOI(PQHUIIMEHTOB IIO-
rmomenua (ganpumep, P(C; NKa) = 25500 cm?/r)
MPUXOAUTCS WCIIOIb30BATh OOJBIIAE TOKU SIIEK-
TPOHHOTI'O ITy4YKa, CYIIIEeCTBEHHO YBE/IMYUBATH BpeMsd
cdera, YTO MPHUBOAUT K 00PA30BAHUIO CTATHIECKOTO
3apsa Ha IoBepxHOocTH obpasia. B pabore wuccie-
JIOBaHbI PasIWdYHbIE CII0cO6bI OOPBOBI ¢ adhderToM
sapanaku 00pasioB. CTabMIBHOCT, HHTEHCHBHOCTH
MOBBIIIIAETCA IPH aHAIW3E B PEKHUMe pacTpa o
40 X 40 mgm? ¢ mepemelleHHEM I[IOBEPXHOCTH 00-
pasiia OTHOCHTENBHO MydYKa 30Ha. Belia ompejgere-
Ha SMITHpPHYEcKas (popMmyJia I OMHUCAHUS (POPMBbI
¢ona B obmacTvi nUHMEM a30Ta — yHHBepCAIbHAT
[T JTI00BIX a30TCOAEPIKAIIIUX 00PasIioB.

I[Ipy peHTreHOCHEeKTPaNTbHOM MHWKPOAHAIN3E
VILTPAIUCIIEPCHBIX alIMa30B, 00PasIioB, BBIPAIIECH-
HBIX U3 HAHOAJIMA3HBIX KOJJIOUOB, U T.[. B IEPBYIO
ouyepenhb caenyeT o6paars BHUMaHHEe HA OCHOBHYIO
Ipo0JIeMy — yCTOMYHMBOCTH 00PA3IIOB IO AEHCTBH-
€M DIIEKTPOHHOTO IyYKa 30HA.

Ta6auna 7. Kornenrpanun onpenensieMbIx 3JIEMEHTOB U KO(MUITHEHTHI B XUMHIECKUX (DOPMYJIaX COeTUHEHUH

Table 7. Analyte concentrations and coefficients in chemical formulae

Coenunenre N (6] C Na K Rb H* Cymma
Konuenrpamnmus, % macc.

NaNO, 17,19 57,28 — 24,61 — — — 99,08
16,30 57,03 — 24,62 — — — 97,95

KNO, 13,55 46,42 — — 39,23 99,20
RbNO4 9,13 31,93 — — — 57,95 — 99,01
NH,NO, 35,63 57,60 — — — — 6,78 100,00
(NH,),CO 46,81 26,29 19,55 — — — 7,36 100,00

Kosddbunuentsr B xummaecknx opmyaax

NaNO4 1,04 3,04 — 0,91 — — — 4,99
1,00 3,07 — 0,93 — — — 5,00

KNO4 0,99 2,98 — — 1,03 — — 5,00
RbNO, 0,97 3,02 — — — 1,01 — 5,00
NH,NO, 2,07 2,93 — — — — — 5,00
(NHy), CO 2,02 0,99 0,99 — — — — 4,00

* Comepsxanne H onenmsanu mo pasuoctu ot 100 %.
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N3MEHEHHUE MUKPOCTPYKTYPhHI B OIITHUECKHX CBOVCTB
JTOIIMPOBAHHOI'O HATPUU-KAJIBIITHEBOI'O CUJIMKATHOT'O CTEKJIA
B ITPOIIECCE BTOPUUHOM TEPMOOBPABOTKH
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B pa6ore paccmorpenbl mporiecchl (ha30BOTO PAs/IeNeHHs, IPOUCXOMALIHE B CHCTEME
Nay,0-Ca0-SiOy (NCS), comep:xaiiieii 0fHOBPEMEHHO YEThIPE PA3IUYHBIX MHUKPOKOMIIOHEHTA
(FeyOg, P9O5, Ag, Au). CunTesupoBanu fBa CTeKIa OIH3KOTO COCTABA C OFHUM U TeM ke Habo-
POM MHKPOKOMIIOHEHTOB, HO C PA3IMIHBIM COIEPIKAHNEM 30JI0Ta U cepebpa. Bapky crexia mpo-
BOJIMJIH B OTKPBITOM IUTATHHOBOM THIJIE B dnekTporneun npu 1400 °C B teuenue 3 4. CTeKIIO BbI-
pabarbiBasiv Ha YYTYHHYIO IUIATY ¢ orpanuaureasvu u orkurany mpu 520 °C 1 1. Popmuposa-
HYe HAHOYACTHII IIPOUCXOAMIIO IIPH BTOPUYIHON TepMmoobpaboTke mpu 550 — 600 °C. ITokasamo,
40 (ha30BOE pasneneHre B 00pasiie, COCTaB KOTOPOTO JIESKUT Ha JINHUK IIPe/iesia HeCMEIInBaeMO-
cru B NCS-cucreme, npoucxoaut yepes o6pasoBaHie HAHOYACTHUI[ 30JI0Ta — cepedpa, ITOCTPOeH-
HBIX I10 THILY AP0 — 000TI0YKA: OHHU CIIy/KAT IEHTPaMH 00pa30BaHUs Karelbh BTOPOH cTeKIoda-
3bI, oborareHHON KpemHe3eMoM. Co BpeMeHeM BHYTpPHU Kallellb IIPOUCXOAUT KPHUCTATIU3AIUA
kBapia. O6CyK/IeHO BIMIHNE STUX IIPOLIECCOB HA OIITHYECKHE CBOMCTBA MaTEPHAJIA, B TOM YKCIIe
muxpousMm. PazoBoe pasjeneHne mMoATBep:KIeH0 MeTomoM POM, o6pasoBanue KBapIia J0Ka3aHO
METOZOM PEHTTEHO(A30BOro aHanusa. Pasmep HaHOYACTHIT PACCUUTAH U3 3JIEKTPOHHBIX CIIEK-
TPOB METOI0M KOMIIBIOTEPHOIO MOJEIUPOBaHUsA. JHere30 B IOIyYeHHBIX CTEKIAX HAXOIUTCI B
CTEeIIeHAX OKUCTIEeHU +2 U +3, 4TO OIpesesseT OKPACKy CTEKIIA JJ0 BTOPUYHON TepMo06paboTKH
¥ OKpacKy TepMo0o0paboTaHHOTO CTeKIa B oTpaskeHHOM cBere. OKpacKa CTeKIa B MPOXOIAIIeM
CBETe II0C/IE BTOPUYIHON TEPMOOOPAOOTKH 00YyC/IOB/IEHA IIOIJIOIIEHHEM CBETA HAHOYACTHUIAMHU.
IToxazana 3aBucuMOCTb DOPMBI HAHOYACTHI] OT COOTHOIIEHHS 30JI0TO — cepebpo B CTEKIIE: IIPH
HCCIIEeyeMbIX COOTHOIIIEHHUAX OHA [IPEJICTABISAeT COO0H YAIUHEHHbBIN WK CIUTIOCHYTHIN DILJIHII-
cowuy.

KaroueBble c/I10Ba: CHIMKATHBIE CTEKIA; OITHYECKHEe CBOMCTBA; IUXPOU3M; HAHOYACTHUIIHT; da-
30BO€ pasfiesieHue.

CHANGES IN THE MICROSTRUCTURE AND OPTICAL PROPERTIES OF DOPED
SODIUM-CALCIUM SILICATE GLASS UPON SECONDARY HEAT TREATMENT
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The phase separation in Na,0-Ca0O-SiO, system containing four different microcomponents (Fe,Og, P,O5,
Ag, Au) is studied. Two glass samples of close composition have been synthesized with the same set of the
microcomponents and different content of gold and silver. Both glass samples have been melted in an open
platinum crucible in an electric furnace at 1400°C for three hours and then poured and quenched on a cast
iron plate and annealed at 520°C for one hour. Formation of the nanoparticles occurred upon secondary
heat treatment at 550 — 600°C. The phase separation in the glass sample with a composition correspond-
ing to the immiscibility limit in the NCS system occurs through formation of the core — shell type gold-sil-
ver nanoparticles, which serve as nucleation centers for the droplets of the second glass phase enriched in
silica. Eventually, quartz crystallizes inside the droplets. The impact of these processes on the optical prop-
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erties of the material including dichroism is discussed. The phase separation and quartz formation are
confirmed by SEM and X-ray analysis data, respectively. The size of the nanoparticles was calculated from
electron spectra using computer simulation. Iron in the glass samples thus obtained is in oxidation states
+2 and +3, which determines the color of the glass before and after the secondary heat treatment in re-
flected light. The glass color in the transmitted light after the secondary heat treatment is attributed to
the light absorption by nanoparticles. The dependence of the nanoparticle shape on the gold-silver ratio in
glass is presented. The shape of nanoparticle is close to oblong or oblate ellipsoid within the range of the
gold - silver ratios considered in the study.

Keywords: silicate glass; optical properties; dichroism; nanoparticles; phase separation.

BBenenue

Ussecrro, uto B cucreme Nay,0O-CaO-SiO,
(NCS) B obmacTu, 60oraToii KpeMHE3eMOM, IIPOUCXO0-
out (pasoBoe pasmenenue. [BUIKyIIEH CHION 3TOTO
mpoitecca sgBjsgeTcd o0pasoBaHue KBaplia Wid JApY-
UX TOJTUMOP(MHBIX MOAUMHUKAINN KpeMHe3eMa,
TEepPMOAMHAMUYECKHU YCTOHYUBBIX IIPU JTAHHOU TEM-
nepartype. IIporiecc dasoBoro pasmeneHus ompee-
JIgeTcd BA3KOCTBIO, TAK KaK €ero CKOPOCTh JTUMUTHUPO-
Bana nuddysueit. B TpeyroabHuKe, pacmonoiKeH-
HOM BBIIIIe JINHUY 2, TUKBAIAA IIPOUCXOIUT II0 Me-
XaHU3My CHOHUHOmanbHOro pacmama (puc.1). Ilpm
9TOM HMCXOIHBIA MEeTACTA0UIbHBIN TBEPABIA PACTBOPD
npu HEGOMBIION (DIYKTyaIlluu COCTABA PACIATaeTCs
Ha JIBe JKUAKOCTU. B mpuUMbIKatoIel K Hel obaactu
(Mexxmy muHHAMY 2 1 3) paccianBaHUe IIPOUCXOIUT
110 MEXaHU3My HYKJIeallduu U POocTa yepe3 o0pasoBa-
HUE 3apO/IbIIIIel, KOTOPBIE IIPU AOCTUKEHUN KPUTH-

Si0,

HCCIIS/YEMBIH
COCTaB

Ca0 Na,0

Puc. 1. 3uaunmveie obmactu cocraBa NCS-cucremsr (I —
KPUTHYECKas TeMIIEPATypa PaCCIauBaHusd; 2 — IMpenes CIiu-
HOJAJTLHOTO pacmana; 3 — mpelesn HeCMeIInBaeMocTH; 4 —
rpaHuiia 00pasoBaHud CTEKOJ IIPHU 3aKaJKe; 5 — IpaHuIa ob-
pa3oBaHMA CTEKOJ NPU MEJIEHHOM OXJIa/KIeHWH; 00JIacTh,
COOTBETCTBYIOIIAS COCTABY IMPOMBIIIIEHHBIX CTEKOJ, 3aKII0-
YeHa B 0BaJI)

Fig. 1. Significant zones in NCS system (I — critical tem-
perature of phase separation; 2 — spinodal decomposition
limit; 8 — limit of liquid-liquid phase separation; 4 —
boundary of glass formation upon quenching; 5 — boundary
of glass formation upon slow cooling; the area corresponding
to composition of industrial glass is enclosed in an oval)

YEeCKOTO pasMepa MpHoOPeTaT OTPHUIATEIbHYIO
CBODOOIHYIO SHEPTHI0 00pa30BaHUA, YTO OOECIIeunBa-
eT ux pocT. B 1anHo# 0071aCTH CTEKIIO IPeCTaBIAET
€000l HeIpephIBHYIO (hasy, B KOTOPOH pacipemere-
HBI Kamuii BTOPOH crernodasel. ObmacTu cocrasa
NCS-cucreMb1, COOTBETCTBYIOIIHE IIPOMBIIIEHHO
MPOU3BOAMMBIM CTEKJIAM, JIeXKAT BOJIUZU TPAHUIIBI
dazoBoro pasmenenusd [1, 2].

[ens mammoit paboThl — H3ydYeHHe mpollecca
dasosoro pasmenenus B NCS-cucreme, cocTap Ko-
TOPOM HAaXOAWTCA BOMM3M Mpeaeia HeCMellnBa-
€MOCTH, ¥ BIUSHUS (pa30BOTO pasjesieHusa Ha OKpac-
Ky CTEKJIa.

JKCIIEpHUMEHTATBLHAS 9aCTh

Bapra cmexaa. B kadecTBe 6a30BOro O6bLT
BpIOpaH cocrtaB Ny, 9C7 ¢S50, COOTBETCTBYIOMIMIA
npowmbIiieHHbIM NCS-cTrexnam u jexamuii BOIH-
3u rpaHulbl (a3oBoro pasienenus. Mcmoab3osa-
U IIUXTY, COCTABIEHHYI H3 KapboHATa HATPHUA
(22,42 % macc.), xBapmeBoro mecka (73,5 % macc.;
BC-050-1) u xap6omara xanbiusa (11,15 % macc.,
qra).

Bapky crexna mpoBOAMIN B OTKPHITOM ILIATHHO-
BoM Turie B snexrpomnedun Nabertherm LHT17/3
npu 1400 °C B Teuenue 3 4. Crexao BhIpabaThIBAIN
Ha YyTYHHYIO IUTUTY C OTPAHUYUTEIAMH U OTHUTATINA
npu 520 °C 1 4. CocraB creksna 6bLT OIpeneseH Me-
TOOM MAacC-CIEeKTPOMETPUH € WHIYKTHBHO-CBI3aH-
ot mrasmoii (MCII MC). Bropuunyo Tepmoobpa-
060TKy mpoBOAMIN B MydenabpHOM meuyu mpu 550 —
600 °C. O mporekanuu hasoBOTO pasfeIeHus CyIu-
JIY TI0 YBEIUIEHUI0 MYTHOCTH, KOTOPOE OIIPEIeIIIn
0 Ko3(p(pHUITHEeHTY CBETOMpPOIyCKaHus (mose Iia-
JIAIOIIero CBeTa, IMPOXOIAIIEero yepes odbpaserr).

[Tonyuenuoe crexno GeciBeTHO, TaK Kak HE CO-
IEePIKUT Kpacurenei. B orcyTcTBre MEUKpopuMecei
BTOpHUYHASA TePMO0OpAOOTKA ITOJyI€HHOI0 HaMU
CTEKJIa He IIPUBOIUT K (pa30BOMY pPasieleHuI0, CTeK-
JIO OCcTaeTcs MPOo3padyHbIiM. M3MeHeHus onTudecKux
CBOWICTB CTEKJIA HE IIPOUCXOUT.

Hcnonsayst umeronuecs: B TUTEPATYPE CBEAEHU
06 ucropuueckux creknax B NCS-cucreme, 61u3KHX
M0 COCTABYy K CHHTE3MPOBAHHOMY HaMH 06pasIry
crekna, obmamammux 3¢QQPEeKTOM AUXPOU3Ma, MBI
ompenenuau, 4To (hasoBOe pasfiesieHre BO3MOIKHO
TOJIBKO IIPH OJHOBPEMEHHOM BBEIE€HUU B UCXOAHYIO
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Puc. 2. Croexrps!l 1uddysHOro OTpasKeHUs U IPOILYCKAHUA
obpasma 2 (5 1 550 °C + 51 600 °C)

Fig. 2. Diffuse reflection and transmission spectra of
sample 2 (5 h 550°C + 5 h 600°C)

IIAXTY HECKOJbKUX M06aBOK. MbI momyunniu cTexaa
Ha OCHOBE TOH jKe IIUXTHI, YTO U 6a30B0Oe CTEKJIO, HO
¢ BeBemenueM (cBepx 100 % macchl IIUXTHI) B Hee
mobasok okxcuna :xenesa (II1), oxkcuma docdopa (V)
(8 Buze 6era-Cas(PO,),), 3omora u cepebpa. 3omoto
BBOJW/IN B IINXTYy B BHUJE CBEKEIPUTOTOBIEHHOTO
pacTBopa  30JI0TOXJIOPUCTOBOAOPOIHON  KHCJIOTHI,
MOJIly4aeMOi PaCcTBOPEHWEM HAaBECKH 30JI0Ta B MHU-
HUMaJIBHOM 00beMe ropsuei mapckoit Boaku. Ce-
pebpo BBommitu B Buae uurpara AgNO;. Beutu cun-
Te3WpPOBaHbBI J[Ba 00pasIia, OTIHYAIOIIUECT COOTHO-
ureanem Ag:Au (tabm. 1).

Memodvr uccnedosarnus. Ilomyuennbre crexia
ObLIM M3y4YeHbI METOOM DJIEKTPOHHOMU CIIEKTPOCKO-
nuu (Lambda 950 PerkinElmer B guanaszone 200 —
1200 1M), ONTUYECKOHN CIIEKTPOCKOIINU B IIOJIIPHU30-
BanHoM cBere (LS-55 PerkinElmer B nmamaszone
200 - 900 aM, coekTpaibHAsd IMIUPHUHA IIeIed —
2,5-20 um) u amerTpoHHOM MuEpockomuu (IIOM
Libra 200, Carl Zeiss u POM LEO Supra 50VPE, Carl
Zeiss).

O6cy:xneHue pe3yabTaToOB

Onmuueckue ceoiicmea cmekon 00 8MOPUHLHOL
mepmoobpabomru. Creria, OMHOBPEMEHHO COIEp-
JKAIMe BCe 9TH JT00ABKH, TIOCTIe BAPKH MPO3PAUHBIE
¥ UMEIOT 3€JIeHbIH I[BEeT, 00yCIOBJIEHHbIN IOTIOIIe-
HueMm csera woHamu Fe?t u Fe?*. llupokuit nuk c

0,54 v

0,0 T T T T T

. ‘
400 500 600 700 A, HM

Puc. 3. Cuexrp npomyckauus obpasua 2 (54 550 °C + 549
600 °C) B cere pasmoii monspusanuu (H — ropusonransHoe,
V — BepTUKAIbHOE HAIIPABIEHUE [IOJISPU3ALIHN)

Fig. 3. Transmission spectra of sample 2 (5 h. 550°C + 5 h.
600°C) in the light of horizontal (H) and vertical (V) direc-
tion of polarization

creyer mepexony °Ty(D)-5E(D) B oxrasgpax
[Fe?*Ogl. ITomochr mormomenusa woHa Fed3t mpen-
craBjeHbl B OmmkHed ¥YP u QuoaeToBoi 061acTax
CIIeKTpa ¢ MakCHUMyMaMu Ha aiauHax BoaH 380, 414
u 438 HM, cooTBercTByOmUX 5A; — 4Ty, 6A; — 4T, u
6A, - 2T, mepexomam (HAUGOIBIIEHd MHTEHCHBHO-
cTbi0 obOmamaer mepBbii muK). O COOTHOLIEHUH
Fe?*/Fe3* MOHO CyquTh 110 OTHOCHTEILHOM HHTEH-
cuBHOCTH ToJoc rorornienua npu 1050 u 380 um mo

dopmyie
Fe2  0,133(E, 5, — 0,036)

Fed Eqg —0,036

b

rae E — oskcrunkmusa (E = -1gD) [3]. B creknax uc-
CJIelyeMOT0 COCTaBa 3TO OTHOIIEHHE COCTaBIISET
0,14 - 0,15, uTo ompenengeTca BpeMeHeM BapKH.

Onmuueckue ceoiicmaa cmekos nocae 8mopuy-
HOll mepmoobpabomxu. B mpoiecce BTOpudaHOH TEP-
moobpaborku mpu 500 — 600 °C 06pasibl M3MeHIIn
OKpPaCKy W CTAHOBHWJIMCH IIOJIyIIPO3padyHbiMu. llpwm
9TOM OHH IPHOOPETaNH ANXPOU3M, HMES KPACHYIO
OKpACKy B ITPOXOAINEM H 3€JI€HYy0 — B OTPaKEH-
HOM cBere (puc. 2).

B oranune oT MCTHHHOTO AMXPOM3MAa, KOTOPBIH
OOCTHKMM B CTEKJIAX JIMINb I[IPH HAJWYHH B HHUX
oIpe/ieIeHHbIM 00pPa3oM OPHEHTHPOBAHHBIX HAHO-

IIOJIOTUM MakcuMyMoM B pauome 1100 HM cooTBet- YaCTUI[ SJUIMIITHYECKOH (POpPMBI, HAOII0IaeMbIi
Ta6auma 1. Cocras crexon no ganasiv UCIT-A9C, UCIT-MC
Table 1. Glass composition determined by ICP-AES, ICP-MS
" Cocras crekna, % macc. wiu ppm (s Ag, Au) MosbHoe
omep M M
AKPOKOMIIOHEHTHI HUKPOKOMIIOHEHTHI OTHOIIIEHHuEe
obpasia AcAu
Nay0 Ca0 Si0, Fe,04 P,0; Ag Au &
1 14,9 7,2 74,9 1,65 0,29 257 22 21,3:1
2 14,0 7,6 75,5 1,63 0,18 226 32 129:1
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HaMU ONITHYECKUH CIEKTP He 3aBHUCUT OT IIJIOCKOCTU
nosisipusaiuu ceera (puc. 3).

Obpasosarue nHanowacmuy. PazoBbie n3MeHe-
HHSI B obpasiax IpH BTOPUYHOM TepMO0OpaboTke
MOJKHO YCJIOBHO PasfieIUTh HA TPU MOCIEJ0BATEb-
HbIe cTaauu: o0pasoBaHWe HAHOYACTHI[, (PasoBoe
pasaeneHue, KPUCTANIHU3AIUA B KaAIUIAX BTOPOU
CTEKJIO(askl.

OO6pasyromrecs MpU HarpeBaHUHU 00pPAa3IOB Ha-
HOYACTHIILI (POPMHUPYIOT OTHEILHYH TOIACHCTEMY
BHyTpH cTernodasbl. CKopocTh ee 06pa3oBaHusd OI-
penenseTcsa BA3KOCTHIO CTEKJAa, KOTOpasa IMOHUKAET-
ca B npucyrcrBun noHoB kenesa (I1I). Haxomsch B
TeTPasapPUIecKOM OKPY:KeHHU aTOMOB KHCJIOPO.a,
OHHU OCHA0IAIOT CBA3KM MENKIY OTAENbHBIMH CHJIH-
KaTHBIMU TpynmupoBKamu. Tak, yixe mpu BBeIeHUN
B 78,7 r SiO, 1,6 r okcuna Fe,05; Temmeparypa Juk-
Buayca B 6uaapuou cucreme Fe,05-Si0, moHmKaer-
csa mpumepuo Ha 10 °C. Ilpu BBemenuu Taroro ke
KonmuectBa xemeda B Si0y B Buge FeO remmepary-
pa mwraBnenus monrmkaerca Ha 23 °C (B cuny 607b-
et mounHoctu cesasu xemesa (II) ¢ KoHmeBbIME aTo-
mamu Kucsaoponaa). C Ipyroi CTOpOHBI, sKejes30, IMpu-
CYTCTBYIOIIIEE B CTEKJIE OJJHOBPEMEHHO B JIBYX CTeIle-
HAX OKHCIIEHWs, BBICTYIIAeT B POJIM BOCCTAHOBHUTE-
Jisi, YTO YCKOPSAET IIpoliecc 00pa3oBaHus OTAEIbHBIX
aTOMOB ¥ KJIACTEPOB 30JI0TA, SBJISIONINXCA 3aPOIbI-
mramMu Hamodactull. VIx obpaszoBaHue MOATBEpIKIA-
erca nosieenureM (15 mun mpu 600 °C) HE6OIBIIIOTO
CHMMETPHYHOTO ITHUKA IIA3MOHHOTO Pe30HAaHCa IIPH
415 — 420 uM, KOTOPBIH OPHU AATbHEHIeH TepMo06-
paboTke ymmpsercd, ero HUHTEHCUBHOCTh PACTeT, a
MAaKCUMyM IIpeTepIeBaeT caabblii 6aTOXPOMHBIH
cnBur (tabm. 2). B obpasue 1 on mpuobperaer xa-
paxTep MIMPOKON aCUMMETPUIHON IOJIOCHI C MAKCH-
MyMoM Toryomienus B uHTepBase 420 — 460 HM.

IIpu sTOM B KpacHO# 061aCTH HOSABISETCSA TOIOJHH-
TeJIbHBIU IINK, KOTOPBIM IPU YBEJIWIEeHUN BpeMeHU
BBIIEPIKKN TIOCIEI0BATEIBHO CMEIIAeTCs BIIPABO C
560 mo 590 HM. ITO COOTBETCTBYET IIOCIEI0BATENb-
HOMY BBITSITMBAHUIO0 HAHOYACTHI[ BO BPeMs BTOPHY-
HOH TepMooOpaboTku. B oOpasite 2, HampoTus, IIu-
poKuil «ropb» IIasMoHa HaxoxuTca mnpu 440 —
510 HM, a JIOTIOTHUTENBHBIH MUK IOABJIAETCA B CH-
ue#t obmactu mpu 400 — 410 EM. ITO COOTBETCTBYET
C:KATHIO DJUINIICA BIOJIb OMHOM U3 oceit. Takum 06-
pasoMm, B obpasiiax 1 u 2 mpuCyTCTBYIOT HAHOYACTH-
bl BJITUNITHIECKON (DOPMBI, IIPUYEM FeOMEeTPHS 3JI-
JIWIICA OIIPEesseTcs COOTHOIIEHHEM 30JI0TA U ce-
pebpa. O6pasoBanme B obpasmax 1 um 2 9acruir B
BHU/IE PA3IUYHBIX THUIIOB C(QEPOUA0B, BO3MOKHO,
ompejeseTcs COOTHOIIIEHHEM 30JI0Ta H cepebpa
B CTEKJIe, KOTOPOE Pa3IMJaeTcs B HUX IIPAKTHIYECKH
B aBa pasa. [lpu 6osbiem oruomenun Ag/Au obpa-
3y10TcA C(pepou bl BHITIHYTOH (POPMBI, a IPU MEHbB-
11eM — CILTIOIIEHHbIE,

Poct HanouacTuIl yCIIOBHO MOKET OBITH OIHCAH
KaK Ipollecc IICeBIOIEPBOr0o HOpAaKa: m = ki, rme
m — 9T0 Macca obpasyroleicsa HOBoH assl, a B —
KoHcTanta cropoctu. Cepebpo MemyieHHee Bbije-
JISeTCA U3 CTEKJIO(asbl, YeM 30JI0TO, IOSTOMY SAPO
HAHOYACTHUI[BI pacTeT ObicTpee, 4eM ee 000JI0YKA.
Cuavaja o06pasyioTcsi HaHOYACTHIIBI, 00OraleHHbIe
cepebpoM, a C TeYeHHeM BpPEMEHU COOTHOIIEHUE
Ag:Au cTpemuTesa K IpenebHOMY 3HAYEHHIO, OIpe-
ZIeNIAeMOMY CKOPOCTSAMHY OCAKIEHUS 30JI0Ta U ceped-
pa Ha nmoBepxuocTy HaHouacTuilb! (1,35 B crexie 1 u
1,45 B crekine 2).

Pasmepsl HaHOUACTHUI[ PACCUMTHIBAINA U3 OITH-
YECKHX CIIEKTPOB I10 Teopuu Mu MeToq0M KOMIIBIO-
TEPHOTO MOJeIUPOBAHUA. BeluyuHy nuaieKTpude-
CKOH TPOHUIIAEMOCTH HAHOYACTHUIIHI HAXOIWUIIH, UC-

Ta6auna 2. CuexTpasbHbe XaPAKTEPUCTUKY U PACCIUTAHHDIE PA3MePhl HAHOYACTHUI] B 06pasuax 1 1 2 ¢ pasnuIHbIM BpeMeHeM

BTOPUYHOHN TepM006PaboTKH

Table 2. Spectral characteristics and calculated radii of nanoparticles in samples 1 and 2 after heat treatment

Howmep Bpews, Maxcumy- Ocu simunca Panuyc Komrraecrso Koopaunare: iisera 8 CIE-Lab
obpasia MBI TLIa3- anpa (Au) obonouku ry Ag (x) B gac- RGB
B cepuu MUH MOHA, HM 1, I'9, 'y, HM (Ag), M ture Ag,Au L a b
Oo6pasern 1
1 30 471 7,0, 7,0, 7,0 1,8 1,00 82,8676 -3,7666 87,2709 230 206 0
2 60 495, 555 7,7,7,7, 14,8 2,5 1,05 52,7652 37,1125 34,9122 193 98 68
3 240 505, 647 8,1,8,1,17,6 3,3 1,35 49,4828 1,4905 74,03 1391150
Oo6pasern 2
1 15 416 3,8, 3,8, 3,8 1,5 1,12 97,1487 -2,0609 2,5141 245 248 242
2 30 429 4,6,4,6,4,6 2,1 1,35 88,5254 11,2795 36,7776 226 227 151
3 60 447 5,4,5/4,54 2,9 1,25 78,8124 6,1077 93,9378 243188 0
4 120 399, 465 6,7,6,7,5,8 3,0 1,38 91,1693 -9,8934 36,1196 236 233 160
5 180 400,482 10,7, 10,7, 6,6 3,1 1,46 78,9146 14,9032 41,7294 245184 118
6 240 405,475 11,3,11,3, 7,0 3,3 1,45 33,085 41,4055 34,989 143 43 24
7 300 402,480 11,7,11,7,7,2 3,4 1,44 27,2244 32,6399 13,0383 112 40 46
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nosb3ys mozenb llpyne — Sommepdensaa. Ha ssbi-
Ke mporpammupoBanusi C+ + 6bLIa cocraBiieHa mpo-
rpamMMa, KoTopas I 3aJaHHbIX TUIIEKTPUIECKUX
MPOHUI[AEMOCTEH AApa W O0OJOYKM HAHOYACTHUIIBI
paccuutsiBana cuekrp. IlomydeHHbIH cIeKTp cpas-
HUBAJIX C SKCIIEPUMEHTAJILHBIM W MOAOHpaIu pa-
IUyCbl HAHOYACTHUI[, COOTBETCTBYIOIINE SKCIIEPHU-
MEHTAJIBHBIM JaHHbIM. J[J1 9TOM 11e71 SKCIIepUMEH-
TATbHBIA CHEKTP Pasaessid Ha TayCcCOBBI KOMIIO-
HEHTBI, BBIIEIANIA U3 HErO TayCCOBHI KOMIIOHEHTBI
masMoHa. V3 mososkeHns MakCUMyMa IIa3MOHHO-
r0 MHUKA OMpPeNensitn $-cooTHoIIIeHre 06bEMOB Ampa
¥ YACTHI[HI, & U3 BBICOTHI TAyCCOBOM KOMITOHEHTHI —
paauyc.

YBenuuenvie TeMmMmepaTrypbl IPHUBOIUT K 0aTo-
XPOMHOMY CMEIIeHHUIO MHKA IIa3MOHHOTO Pe30HAH-
ca, IIUPOKAsd ACUMMETPHYHAS II0JIOCA C MAKCHUMY-
moMm mipu 650 — 700 um 3axomuT B 6mmkH0I0 MK-06-
JIACTh. ITO COOTBETCTBYET 00Pa30BAHMIO HEGOJIBIIIO-
ro 4YMcjaa KPYIHBIX aCHMMETPHYHBIX HAHOYACTHII.
IlepBonauansuo Habmogaromuecs muku npu 400 —
500 um B mpoilecce TepPMOOOPAOOTKH IIOCTEIIEHHO
MCYe3ai0T, YTO TOBOPUT O PACTBOpEHUH 6ojee Mel-
KHX YaCTHI[ ¥ WX MEPEKPUCTAIIU3ANMN B Ooiee
kpynubie. Tak, obpaserr 2 mociie HarpeBaHUS B TeUe-
Hue oxgHoro yaca mpu 700 °C comep:XuT HaHOYACTH-
upl ¢ ry =1y = 12,4 uM, rg3 = 8,1 HM, 'y, = 3,5 HM 1
cooruomenuem Ag:Au = 1,35. Ilocremenso crekso
mpuobperaer ciaabyio (proIeTOByI0 OKpPacKy, Bo3pac-
TaeT M0 PacCesHHOro cBera. llpu mociemyrorem
HAaTrpeBaHUU pasMep HAHOYACTHUI[ YBEIHUYMBAETCH,
mocruras 50 — 100 uwm.

Hamouacruiiel, BO3HHEKAWOIWE B pe3yiabTare
TepMOOOPaOOTKH, CIIy:KAT IleHTpaMu O0pasoBaAHU
HOBOH (pasbl, ©UMEIOIIeH B KAIlJIEBUIHBIX BEJIOYE-
Hui pasnauuHoi opmbel. Ilporecc dasosoro pasme-
JIEHUSI COTIPOBOKIAETCS TIOTEPEeH CTEKJIOM IIpo3pad-
HOCTH 3a cueT nudhy3HOTO OTPAIKEHUS HA TPaHUIIe
pasmena a3, UMEIINX PA3IUIHYI0 TUICKTPUIe-
CKyI0 TpoHuraeMoctb. MMeHHO crekna, comepixa-
mue Hecdepuyeckre HaHodacTUbl Ag — Au u ofmmo-
BPEMEHHO ABJIAONINECT ABYX(a3HBIMH, UMEIOT Pas-
JIMYHYI0 OKPACKy B IPOXOIAIIEM U OTPAKEHHOM CBe-
Te, T.e. obiamaror guxpousmoMm. OrcyTcTBHE MOJIS-
PH3AIMOHHOTO JUXPOM3MA P HAJTHYMHU B CTEKIAX
HAHOYACTHI[ Hec()epuueCKor (PopMbl OOBICHIETCS
UX IIPOM3BOJBHON OpHeHTaIllueld B IIPOCTPaHCTBE.
Yrobbl COOPHEHTHUPOBATH HAHOYACTHUI(HI  BIOJb
OJIHOTO HATPABJIEHWs, HEOOXOIWUMO IPOBOAWTEL HX
CHHTE3 B 3JIEKTPUYECKOM Iojie ¢ GOJBIION HAmpd-
JKEHHOCTBIO, KOTOPOE MOXKET OBITh TeHEePHUPOBAHO
hemTocexyunubM naszepom. Takasa 3amada B JTaHHOM
paboTe He cTaBUIACD.

Kpacuas wimum KpacHO-KOpWYHEBas OKpacka
B IIPOXOJSIIEM CBETe BhI3BAHA TIOTJIOIIEHWEM SHEp-
MU HAHOYACTUIIAMH, a 3eJIeHasd OKPACKa B OTPaKeH-
HOM CBeTe — paccesHUeM Ha TpaHulle pasziena as.
Camo 10 cebe muppysHoe OTpaKeHHE OKPACKH He

co3maer, OHA BO3HUKAET B Pe3y/abTare B3auMOJei-
CTBUS OTPAKEHHOTO CBETA C MOHAMH Kejie3a, Haxo-
IAammMuca B crexkinodase. Tak Kak OCHOBHAS 4acTb
CBETOBOI0 IIOTOKA PACCEUBAETCS U3 IIOBEPXHOCTHOIO
cosg HeOOJIBIION TOJNIIUHBI MOPAAKA CBOOOMTHOTO
rmpobera )OTOHOB, OKPACKA PACCEIHHOTO CBETA BbI-
3BaHA UMEHHO MOHAMH JKeje3a, a He HAHOYACTHUIIA-
MM, KOHIIEHTPALUA KOTOPhIX B IIOBEPXHOCTHOM CJIO€
CTeKJIa HeIOCTATOYHA I OKPAlIWBAHUA PACCESH-
Horo csera. IMeHHO BOJIM3HM MOBEPXHOCTH 00pasIiia,
KOTOPYIO TaKKe MOKHO paccMaTpuBaTh Kak AedekT,
dasoBoe pasmeneHue mporekaeT HaubOjIee HHTEH-
CHBHO. OTO IPHUBOIUT K TOMY, YTO HAHOYACTHIIHI,
HaXOJAIIKMECHd B MIPUIOBEPXHOCTHOM CJI0€, OKa3bIBa-
0TCA TEMU 3apPOABIIIAMH, HA KOTOPBIX (DOPMHUPYET-
cs1 HOBas pasa, YTO He II03BOJISET UM YBEIUYHUBATH-
csl B pasMepax ¥ UTrpaTh 3aMETHYIO POJIb B ITOTJIOLIe-
HUW CBeTa. SeJIeHbIN I[BET BOSHUKAET KaK Pe3yiib-
TaT HAJOMKEHUS TI0JIOC IMOTJIONEHUS WOHOB JKejae3a
(II) u (ITI), a Tak:xe pemeeBCKOTO paccesHUsI Ha Kall-
JX BTOPOH cTernogaspl. TemmeparypHBIA KOH-
TPOJIb TIO3BOJIIET BUAOWU3MEHATH (DOPMYy U pasmep
HAHOYACTHI[, TEM CAMBIM MU3MEHSSI OKPACKY CTEKJIa B
MPOXOsIeM cBeTe. IMEHHO IT03TOMY CIIEKTPBI IIPO-
myckauus o0pasioB 1 1 2 ¢ pasaudHbIM COOTHOIIIE-
HueM Ag:Au ¥ pas3IWdHON TEPMHUYECKOH IIPembICTO-
pueil pa3mnyanTesa, B TO BPeMs KaK X CIIEKTPHI OT-
pasKeHus BBINIAOAT ONMHAKOBO. Taxk, oOpaser 1 mo-
cjie BTOPUYHON TepMOOOpabOTKY IIPOIO/LKATEIHLHO-
CThI0 2-449Y wMeeT B TIPOXOAAINEM CBeTe
KPacHO-KOPHUYHEBYI0 OKPACKY, BHI3BAHHYIO HAIUYIH-
eM [ByX IIOJIOC IPOILyCKAHHUS — B CHHE-3eJEeHOH
(650 - 600 am) u KpacHo-opam:keBou (750 HM) 006-
nacrax. OH mormomaer IPakTHUYECKH BECh CHHUH U
dHoseToBBIH CBET ¢ AIUHOHN BoaHBI MeHee 500 HM u
YacTh CBETOBOTO IIOTOKA B JKEITO-OPAH:KEBOM
(600 — 700 am) obmactu cmexrpa. lIpomomxuTesnn-
HOe HarpeBaHue Ipu 0ojiee BBICOKOM TeMIIepaType
(25 9 ipu 650 °C) cunbHO U3MEHSIET CIEeKTP MPOILyC-
KaHUs, CMEIAas ero MAaKCUMYM B OPaHIKEeBO-KPACHYIO
obmactb. B mpoxopmsiiem cBere obpaser mprobpe-
TaeT KOpU4HEByI0 OKpacky. Crekmo 2 mpormyckaer
KpacHbIe, OpaH:KeBbIe, JKeJIThIe JIyJIH, a TaK/Ke YacTh
(prosIeTOBBIX. OTO HPUBOTUT K OPAHIKEBO-KPACHOM
OKpacCKe B IIPOXOJIIEeM CBeTe.

ITonoxenne MAKCUMYMOB B CIEKTPE OTPAKEHUs
HE 3aBHUCUT OT TEPMHUUYECKOH MPEIbICTOPUN 06pasia
U OT ComepKaHUusdI B HEeM HaHO4YaCTHII. I/IHTeHCI/IB-
HOCTb OTPA/KEHHUS OIPEeNesIseTcs YCIOBUAMHU BTO-
puuHOit TepmoobpadboTku. Takum o6pasom, mAyisa BO3-
HUKHOBEHHUS ONTHYECKOTO JIUXpomsMa Tpedyercs
OJTHOBPEMEHHOE HAJIU4Ke B CTEKJIe (Das0BOTO pasfe-
JIGHHUS, MOHHOTO KPACHTEIA B CTEKJI0o(ase U HAHO-
yacrur. Haubonbimuii spperT mposBiagerca B TOM
ciaydae, Korza pasoBoe pasesieHHue UMeeT MeCcTo He
BO BceM o0BeMe, a BO BHEIIHEM IIOBEPXHOCTHOM
cinoe. IMeHHO 3TOro, mo-BHAMMOMY, W J00HBAJIKCH
IpeBHHE MacTepa B IIPOIlecce BTOPUYHOM TEpPMOOO-
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EHT = 3.00 kV
WwD= 10mm

Signal A = SE2
Photo No. =902 Time .17 03:52

Date :22 Mar 2018

a o

Puc. 4. Mukpodororpaduu obpasua 1 mocie BropuaHoi Tepmoobpaborrn: a — 600 °C, 4,5 14; 6 — 600 °C, 6 1
Fig. 4. SEM images of sample 1 after secondary heat treatment: a — 600°C, 4.5 h; 5 — 600°C, 6 h

paboTKM y:Ke H3BIEUYEHHOW U3 (DOPMBI 3arOTOBKH
I KyOra JIukypra, KOTOPy0 pasorpeBaivi B yCThe
eYwu.

Cocras 1 hopMa HAHOYACTHUI] OIIPEHEIIAIOT TOIb-
KO OKpPACKy B OTPA}KEHHOM CBETE, HO HUKAK He BIIU-
IOT HA CaM JUXPOU3M.

Paccmorpum ycmoBus, HEO6XOmMMbBIE I BO3-
HUKHOBeHUs (hazoBoro pasgenenns B NCS-cucreme,
€OCTaB KOTOPOH COOTBETCTBYET 00/1acTH BOIIU3H IIpe-
nena HecmemmBaemoctu. OHO WMeeT MECTO JIHINb
MIPY OJTHOBPEMEHHOM BBEJIEHUHU 30J10Ta, cepedpa, OK-
cuza :xejesa u okcuma gocdopa, T.e. MEHUMAILHO-
ro Habopa MHKDPOKOMIIOHEHTOB, IIEPEYHUCIEHHBIX
BhbIlle. B pesynbraTe momydyaerca aAByxgasHas CHC-
TeMa, COCTOAINadaA M3 KallJIeBUHBIX BKJIIOUEHHUH BbI-
JeTUBIIEHCA CTEKI0(asbl B CHINKATHYIO MATPHUILY.
Pasmep 5THMX BEIIOUEHHH 10 IAHHBIM CKAHHPY-
fo1ed meKTpoHHoN Mukpockonuu (COM) — 0,5 —
2 mxwm (puc. 4, a).

Kammu oxaseiBatorcs 6osiee TBEpABIMH, Y€M OC-
HoBHasa creknodasa. [Ipu mpobomoarorosre obpas-
1A IS MUKPOCKOITUH KAK METOIOM IIUIH(DOBKH CKO-
Jla, TaK ¥ TPABJIEHUEM ILJIABUKOBOH KHCIOTOH, OHH
OCTAIOTCA HA ero MOBEPXHOCTH, IPUAABAs i Xapak-
TEePHBIN OYTPUCTHIN HAHOPEIhed.

MeTozoM SHEPTOAUCIIEPCHOHHONX PEHTTEHOB-
ckoii crrexkrpockornun (A C) ompeeneHo IOBBIIIEH-
HOe COfIepsKaHMe OKCHAa KPEeMHHS B KAIIeBHUIHBIX
BKJIIOUEHHIX 110 CPABHEHHIO C OCHOBHOM cTeKI0(a-
30H. OTO COTJIACYETCS C IUTEPATYPHBIMU JaHHBIMHU O
MeracrabunbHoit gukBaiuu B NCS-cucreme B 006-
macth, 6oraroi SiO,, YTO COIPOBOIKIAETCS BhIEIe-
HEeM 000raIleHHOT0 KPEMHE3eMOM CTEeKIIA.

IlanbHeiinee BbImEp:KUBaHue o0pasiia mpu
600 °C npuBOIKUT K KPUCTAIIM3AIUKA KBAPIA B Kall-
JISX BTOPOU cTekrnodasel (puc. 4, 6, IOATBEPIKIEHO
POA).

Basuyio poab B (asoBoM pasmeleHHH UrpaeT
skesnes30. M3 nmuTepaTypbl M3BECTHO, YTO BBEICHHE

0,5 % mon. oxcupna :xemnesa (III) B mBoiiHy0 crcremy
Na,0-Si0y moumxaer T, mpumepno una 25 °C [2].
HccenemoBanme BIWAHWUS TPETHET0 KOMIIOHEHTA HA
(azoBoe pasmenenue B GHHAPHBIX CHCTEMAaX IOKa-
3BIBAET, YTO OKCHIBI JKejle3a PacCIIupAI0T 00JacTh
paccnauBauusi. Ha MUKpOypOBHE 9TO O0BSICHIETCS
CHUJILHBIM B3aWMOJEHUCTBHEM KATHOHA C KHCJIOPO-
ZIOM, KOTJ[a OCHOBHOE KOJIHYECTBO ATOMOB KHCJIOPO-
4 OKpY:;KaeT KaTHOH Kejesa, yAaldsach OT aroMma
KPEeMHHS. ITO MPUBOIUT K TOMY, YTO 0OPA3yIOTCS
obsractu, oboraiieHHbIe Kejxe30M, U 061acTH, obora-
II[eHHbIe KPEMHUEM, T.€. JKUIKOCTh PACCIAMBAETCH.
ITokasano, 4YTO BBeJEeHHWE B CHCTEMY BeILECTB,
YMEHBIIAMNX KOJIMIECTBO KOHIIEBBIX ATOMOB KH-
cinopoga (P,Oy), IpHBOAUT K IOHUKEHUIO KOH(UTY-
PAIIMOHHOHN SHTPOITUY ¥, KAK CJIEJICTBHE, K TIOBbIIIIE-
HUIO TEeMIIepaTyphl IUTABJIEHN U BePXHEeH TeMIepa-
Typs! ¢pazoBoro paspenenus. Ecnu mobaBra (Al,Os,
Fe,O3) ymensbIiiaer KOJUIeCTBO KOHIIEBBIX aTOMOB
KHCJIOPO/ia, ee BBeJeHHe IOHIKAeT STH TeMIlepa-
TypbI, TeM caMbIM obsierdas pasoBoe pasyiesieHwue.
O6e Temmneparyps! (T}, — TemmepaTypa JUKBHAyCA
u T, — Temmeparypa HECMEIINBAEMOCTH) B IIEPBOM
NPUOMMKEHUM  MEHSIOTCA  CXOTHBIM — 00pasoM:
AT, = AT} [4]. KauectBeHHO (hakT pacciavBaHus
MTOITBEPIKIAET U HATMYIHUE IIUPOKOHN 06IaCTH THKBA-
nuu B OuHapHoi cucreme Fe,O4—SiO,. Ilpu BBeme-
uun B cucremy Nay,O-SiO, ¢ Tem ke MOTbHBIM OTHO-
[IeHHeM, 4TO B CTEKJIaxX CepHH 6, OKcuaa xeiesa
(ITII) moBepXHOCTH JTUKBHUIYCA TIOHUKAETCA, UYTO CO-
OTBETCTBYET yMEHLINEHU0 7T, T.e. MOHUKEHUIO
cBOOOIHOI SHEPTUH 06pa30BaHud HOBOH (Passbl.

llobaBka ocara KaIbIMsa TaKXKe CII0CO0-
crByeT (pazoBomy pasgenenuro. C OJHOH CTOPOHEI,
ocaTh! ABAAIOTCA KIACCHUECKUMHU TJIy IIIMTEIIMH,
U B 9TOM cMbIcie qobaBka pocara Kaabiud B IINX-
Ty BIOJIHE 00bsicHEMA. B TO iKe BpeMsa cosmaBaeMasd
B CTeKJie KOoHIleHTparusa ¢ocdara B mepecyere HaA
oxcuz ocdopa cocrasaser Bcero 0,1 %. Paszosoe
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pasaenenune B NCS-cucreme c Boinenennem gocdar-
HOI (paspl HacTymaer npu 3amernenuu 2 % u 6oee
Si0, Ha anamormuHoe kKommdecTBOo P,0j5 [5]. Ponb
(hocaTHBIX TPYNIIUPOBOK CBOIUTCSA K YBETUIEHUIO
HEOHOPOMHOCTH CHUCTEMbI HA MHKPOYPOBHE, T.e. Ha
YPOBHE OTIHEIbHBIX KJIACTEPOB, UYTO IIOCTEIIEHHO
MPOSABIIAETC HA MAKPOYPOBHE B BHje (pa30BOro pas-
nenenus [6]. C aTuM CBsI3aHO KCIIONIB30BaHUE 00aB-
Ku (pochaToB mpu MPOU3BOJACTBE CTEKIOKEpaMIIe-
cxkux marepuanos [7]. ITo naruapmv ][ C Kamau BTO-
poit crexmodasbl COMEPIKAT yBEIUUEHHOE KOJIHJe-
cTBO (pochopa u KpeMHHUS, a TaKKe HATpUiil. Beefe-
Hue ¢ocdara, TakKUM 00pazoM, OJATOIPHUITCTBYET
mpoiieccy (pasoBOTO Pa3eNeHHs IIyTeM MOHM/KESHUS
CBOOO/IHOM SHEPTHUH TMOBEPXHOCTH KAIelbh HOBOM
dasbr.

Xorsa cepebpo BXOAUT B COCTAB HAHOYACTHUIL U,
COOTBETCTBEHHO, BJIMSET HA OKPACKY CTEKOJ B IIPO-
XOJIAIIEM CBETEe, ero Pojib B CHCTEME OKa3bhIBAETCS
6omee cmoxkuoi. Tak, B oTCyTCTBHE MOHOB cepebpa
dazoBoe pasmereHue He MPOUCXOIUT. ITO TOBOPUT O
TOM, YTO 4acTh cepebpa ocraercsi B crekiodase u
BIMSIET Ha TMPOIecC 06pa3oBaHusA Kameilb HOBOH
aselr. AnamornuHoe geicTBre cepebpa 6bLIO 06HA-
py:eno u B cucreme NbyOs—NaNbO;, rae kpucrai-
nuszanusa HuobaTta Hatpus Na;sNbs;Og, mpomcxogu-
Jjla TOJIBKO B MPUCYTCTBUK MOHOB cepebpa [8]. Bax-
HO, YTO aBTOPHI He (PUKCHPYIOT IJIA3MOHHBIH ITHK
cepebpa, 4TO HUCKIIYAET yJyacTHe HAHOYACTHUI] B 00-
pasoBanuu HOBOH (hasbl. OOGpPa30BaHUI0 KPHUCTAJIIIOB
IIPeIecTBOBAIO 00pa3oBaHue Kallelb CTeKI0(asbl
pasmepom 100 HM C HOBBIIMIEHHBIM COZEp:KaHUEM
HrobuA u Hartpud. [IpuunHy 9TOTO ABTOPHI BUAAT B
GoJbIlled TIOABUKHOCTH WOHOB cepebpa Io cpas-
HEHUI0 C HOHamMu HaTtpud. J|elcTBHUTENBHO, WOHBI
cepebpa, MPUCYTCTBYIOIINE B CTEKIAX B JIMHEHHOM
oxpy:xenun [O-Ag-O] (110 JaHHBIM CIIEKTPOCKOIHH
MPOTSKEHHON TOHKOM CTPYKTYPhI PEHTTEHOBCKOTO
norsorenns (EXAFS) paccrosaune Ag-O B crekie
Nay,0-Al,05-Ag,O cocraBmser 2,07 A [9]), menee
MPOYHO CBS3BIBAIOT (pparMeHThI KpeMHe-KHCIOPO/-
HOTO KapKaca, 4TO IMPUBOAUT K JIOKATHLHOMY ITOHH-
JKEHUIO BA3KOCTH HA TPAHUIIE OTEIbHBIX KJIACTEPOB
[0O-SiOsAg], Bospacrauuio ckopoctu Aupysuu u
MIOHMKEHUIO CBOOOIHOM HHEPTUH TOBEPXHOCTH. JTO
obecrieuriBaeT KOHTPOJIbh HOHAMU cepebpa mporiecca
dazoBoro pasmenaeHus.

3axarogeHue

Takum o6pasom, pazoBoe pasaeneHre B U3yIeH-
HBIX HAMH YCJIOBHUSX BO3MOMKHO TOJIBKO IIPH OJHO-

BPEMEHHOM BBEIEHHUW 4YEeTBIPEX MHUKPOI00ABOK:
okcuma sxenesa (III), dochara ranbrus, coemume-
HHUI 3070Ta U cepedpa. JlaHHbIH aKT MOMKHO pac-
CMATPUBATh KAK IIPOABICHNWE CHHEPru3Ma, TaK Kak
HCIIOJIb30BAHME KAMKIOU U3 J00ABOK B OTHAEIHLHOCTH
Iajke B TeCATHKPATHOM KOJMYECTBE HE IPUBOIUT K
0ob6pa3oBaHUIO Kaleilb HOBOI (hasbl. B ocHOBe ero se-
JKAT IIOBEPXHOCTHAA CErPeranus, IPOHUCXOMAINAd
yepes 00pa3oBaHUEe MOHOCIOA WM OTAEIbHBIX Kila-
crepoB. Kak usBecrro [10], aT0 obierdaer rerepo-
TreHHOe 3apobIiiieo0pasoBaHue B cTekiodase u yc-
KopsgeT pazoBoe pasjeleHHe. AHAITOTHYHBIE ABJIE-
uua onucansl B narenre CIIA [11], ogHako cocras
MHEPOI0OABOK B HEM HE YKA3aH.
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KOHTPOJIb COCTABA 1 YTHRJINSAITAA ®TOPCOAEPHAIIINX
T'A3OBBIX CMECEM /I SKCUMEPHBIX JIABEPOB
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Omucana MeTomuKa aHaaus3a (PTOPCOMEPKAIINX Ta30BBIX CMECEH I SKCHMEPHBIX JIa3epoB,
KoTopas 1mo3BossgeT onpenendats oT 0,1 1o 5 % Moi. hropa ¢ OTHOCUTEIBHOU IIOTPELIHOCTHIO He
Gosee 6 % u TIpenCcTaBiIeHa YCTAHOBKA I KOHTPOJIS COCTABA 9TUX cMecel. B mpombInieHHoCTH
¢hrop 3 raz000pasHBIX OTXOAOB YAAIAIOT C IIOMOIIBIO OKCHIA AIFOMUHUSA. B CBSI3H ¢ 9THM B pa-
6oTe ObLIA OIpefereHa amcopOIMOHHA AKTUBHOCTh OKCH/IA AIOMUHUSA 110 OTHOIIIEHUIO K BJIe-
MEHTHOMY (PTOPY, PACCUMTAHHOE 3HAUYEHHNE KOTOPOM B IIPEIIIOI0KEHNH MOHOMOJIEKYJ/ITPHOM aJi-
copbumu cocraBmwio 0,255 1/T, OIHAKO ee SKCIepPUMEHTAIHLHO N3MEPEHHOe 3HAYEHNE 0Ka3aI0Ch
Ha JBa MOPSAIKA BeJIUYMHbBI MEHbIIE. BEpOsSTHO, 9TO CBA3aHO C HU3KOM aICcOpOIMOHHON AKTHB-
HOCTBIO ITOBEPXHOCTH OKCH/Ia AMIOMUHU. J[JI51 aKTUBAIINH IOBEPXHOCTH aicopOeHTa ObLIH OIpo-
GOBaHBI raJIOr€HCOEPIKAIINE aKTUBATOPHI — OpOMUI M HOAWI KA, KOTOPhbIe B3aUMOEH-
CTBYIOT €O ()TOPOM, IIPEBpAIllas er0 B HeJIeTy4ni (DTOPH KAJIMsa W CBOOOIHBIA OPOM MJIH MO,
AT KOMIIOHEHTBI XOPOIIIO aJCOPOUPYIOTCI HA OKCHIE ATIOMHUHUS, IIPUAABAT My SKeITYIO0 MU
GypyI0 OKPAcKy. OKCIIEPUMEHTAIBHO YCTAHOBIEHO, YTO TPOUCXOAUT UMEHHO AKTUBAITUS TI0BEPX-
HOCTH a/icOpOeHTa, IIOCKOIbKY EMKOCTh aKTUBHPOBAHHOIO cOpOeHTa B 15 pas IpeBbliaer KoIu-
yecTBO PTOPA, CBI3AHHOTO 32 CUET XUMUIECKOU PEAKI[UH, a CyMMapPHAS a/ICOPOIHOHHAST EMKOCTh
oKcHIa aoMuHuA Bospacraer B 80 pas 1o CpaBHEHUIO C HEAKTHBHUPOBAHHBIM aICOPOEHTOM.

KaroueBnblie ciioBa: ra3oBble CMECH; SKCUMEPHBIE JIa3ephbl; KOHTPOJIb COCTABA; SKOJIOTUIECKAs
6e30I1aCHOCTD; AKTHUBAIIUA aCcOpOeHTa; afcOpOIMOHHAS €MKOCTh; amcopbima dTopa; OKCHI
ATFOMMWHMS.

ANALYSIS OF THE COMPOSITION AND UTILIZATION
OF FLUORINE-CONTAINING GAS MIXTURES FOR EXCIMER LASERS

© Anna S. Kuznetsoval*, Georgy M. Mochalovl, Sergey S. Suvorov?

1 Nizhny Novgorod State Technical University, 24 Minina st., Nizhny Novgorod, 603950, Russia;
*e-mail: ann19ya@yandex.ru
2 HORST, Ltd., 3 Podolskikh kursantov st., Moscow, 117545, Russia.

Received April 18, 2019. Revised August 9, 2019. Accepted September 25, 2019.

A technique for analysis of fluorine-containing gas mixtures for excimer lasers, which provides fluorine
determination in the range of 0.1 — 5 % mol. with a relative error of less than 6 % is presented along with
an installation intended for the composition control of the aforementioned mixtures. Known industrial
processes of removing fluorine from gaseous wastes suggest using of active alumina. We measured the ad-
sorption capacity of alumina with respect to elemental fluorine, however, the measured value turned out
to be two orders of magnitude less than the theoretical value calculated under the assumption of mono-
molecular adsorption (0.255 g F/1 g of adsorbent) which can be attributed to a low adsorption activity of
the alumina surface. To activate the adsorbent surface, halogen-containing activators — potassium bro-
mide and potassium iodide — were tested, which interact with fluorine, turning it into non-volatile potas-
sium fluoride and free bromine or iodine. These components are well adsorbed on alumina, giving it a yel-
low or brown color. Activation of the adsorbent surface is proved experimentally, since the capacity of the
activated sorbent is fifteen times as much the amount of fluorine bound by a chemical reaction, and the to-
tal adsorption capacity of aluminum oxide increases by a factor of 80 compared with an inactive adsorbent.

Keywords: gas mixtures; excimer lasers; chemical analysis; environmental protection; activation of ad-
sorbent; adsorption capacity; fluorine adsorption; aluminum oxide (alumina).
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BBenenune

JKCUMepPHBbIE Ja3ephl MOSBUINCH B Hadaime 70-x
TOJIOB MPOIIIJIOTO BEKa U CPeau APYTHUX Tras3oBbIX Jia-
3€POB 3aHANIU BAXKHYIO HUIILY B KBAHTOBOU OITHUKE.
Brarogapsa manbiM AIWHAM BOJH, HAXOAAIIHAMCS B
yasTpaduoneroBoit obmactu (ot 120 mo 350 um), 1a-
3EPHBIH MIYY0K MOKET OBITH C(DOKYCHPOBAH B MSATHO
IUuaMeTpoM MeHee 1 MKM C BBICOKOM MOIITHOCTBIO
CBETOBOTO MOTOKA [1]. 9TO mO3BOJAET NMPUMEHSATH
9KCHMEpHbIE JIa3ephbl B MEIUIIHMHE, MHKPOIIEKTPO-
HUKe ¥ HAYYHBIX WCCAEIOBAHUAX, HO JJIA JOCTH:KeE-
HHSA JKeIaeMbIX XapaKTePUCTHK IPUXOIUTCA CO3/a-
BaTb CIIOKHBIE TEXHOJIOTHYECKHe CHCTEMBI JJIs pea-
JU3aIMA HAKAYKH, WCIOJIb30BATh OIpeae/IeHHbIe
KOHCTPYKITHOHHBIE MaTepPHUAIbl IJS PE30HATOPOB,
peuiath mpobIeMbl YTUIU3AIUH JeTPagupPOBaBIIEH
rasoBOM CMecH, a IPH MPUTOTOBIEHUU HOBOH —
KOHTPOJIMPOBATH €€ COCTAB C BHICOKOM TOYHOCTHIO.

B skcumepHBIX asepax aKTUBHOH CPemoH g
TeHepaIuy HU3JIyYeHUs SBJISIOTCI CMECH HHEPTHBIX
rasoB u rasoreHoB. (s monmydenus HeoOXOIMMOM
IJIMHBI BOJIHBI W3JIyYEeHUA HCIOIB3YIOT Ta30BbIe
CMeCH PasIWdHOTO cocTaBa, comep:karmue ot 0,1 1o
5 % mon. drropa u renuii, HEOH WIN UX CMECh B Ka-
YecTBe MAaTPUYHBIX KOMIIOHEHTOB [1, 2].

B mpouecce sxcrmutyaranuu pabodee Temo — ra-
30Bas CMECh — IIOCTEIIEHHO JeTPagupyer, YTo yXy/-
maet cTabuIbHOCTD reHeparuu jasepa. Ilpu gocru-
JKeHUH MUHUMAaIBHOHN JOIIyCTUMOM MOLITHOCTU U3JLY-
yeHus 0TPab0TaHHYIO Ta30BYI0 CMECh 3aMEHSIOT CBe-
sKeil 3 6aJIoHAa I0Cie MPeIBaPUTENIbHON OTKAYKH
BaKyyMHBIM HACOCOM ras3oBOH kKamephl. [Ipm sTom
roxcuuneii drop (IIOK,, = 0,03 mr/m? [3]) moxer
MOTIACTh B BO3AyX paboueit 30HbI u aTMocepy. Oue-
BH/IHO, YTO C TOYKHM 3PEHHS JKOJIOTHU U Gesomac-
HOCTH ODKCILIyaTallud Jiasdepa HeOoOXOTHUMO IIOTJIO-
maTh GTOp U3 OTPAOOTAHHOMN CMECH.

Kpome Toro, mma xKaxmoi MOLeIN SKCHMEPHOTO
J1a3epa UCII0Ib3YI0T CMECh I'a30B OIPEeIEHHOTO CO-
cTaBa, MOYTOMY IIPHU IIPOU3BOJICTBE TA30BBIX CMeCe
HE00XOUM KOHTPOJIb COMEP:KAHUSA KOMIIOHEHTOB.
Ecnu mgns cmecedt WHEPTHBIX ra30B UX COCTAB KOH-
TPOJTUPYIOT METOIaMHU Ta30BOi xpomaTtorpaduu (4],
TO JJIA OIpefiesieHud (propa B cMecH ra3oB HEoOXo-
ouMa paspaboTKa ClIenHaIbHON anmaparypbl U Me-
TOTUKHU KOHTPOJIS.

B macrosmei pabore 6yayT pacCMOTPEHBI IBe
pOo6JIEMBI:

1) KOHTPOJIB cofep:KaHua hTopa B ra30BOM cMe-
CH VI SKCUMEPHBIX JIa3ePOB;

2) moryomenre ropa IMPU yTUAX3AINK Ierpa-
JIVPOBABIIIEN Ta30BOU CMECH.

s perieHust IOCTABIEHHOM 3a1a4u 11€1ec000-
Pa3HO PaccMOTPETHh COCTAB HAMOOJIEe YaCTO IpPUMe-
HEeMBIX (DTOPCOAEPIKAILINX ra3oBbIXx cMecer. O6bru-
HO aKTUBHOM Cpemo I HKCHMEPHOTOo Jiazepa CIIy-
JKaT YHUCThble WHEPTHbIE Tas3bl (APTOH, KCEHOH WU

KPHUIITOH) ¢ mobaBimenueM ramoresa [6]. B pa6ouee
TEIo jasepa TakKe MO0ABIAIOT MATPWYHBIA Tas,
o6praa0 — He ¢ Ne. Ot cocraBa mcmonb3yeMoi ra-
30BOM CMeCH B3aBHCHUT [JIWHA BOJHBI JIA3€PHOTO
W3JIyIeHHU.

Kak cnexyer mus nurepaTypHBIX JaHHBIX [1, 2],
BO MHOTHX CMeCIX MHPUCYTCTBYeT 3JIeMEHTHbBIN
(rop, Bo3EHCTBYE KOTOPOTO HA OPraHM3M UeoBe-
Ka IIPpUBOAUT K TAXKEIbIM 3a6OJIeBaHI/IHM, a Ipu
Gonbiux nosax (6omee 0,03 mr/m3) — K erambHOMY
ucxony [7].

W3 nureparyps [8] n3BECTHO, YTO [IJII PEIIEHU
IIPO0JIEMBI ITOTJIOIIEHUs (PTOpPA U3 OTXOMOB AHOIHO-
T'O rasa mnpu IMpous3BOACTBE AJTIOMHUHHUA HCIIO/Ib3YIOT
OKCHJ[ QJIIOMHUHHSA. JTO CBI3aHO, BO-IIEPBBIX, C €T0
IOCTYIIHOCTHIO, @ BO-BTOPBIX, C BBICOKOH IIOPHC-
TOCTBIO, YTO MO3BOJIAET JOCTATOYHO IIOJHO amcopou-
poBaTh PTOP U CYIECTBEHHO YMEHbBIIIUTD 3arpsas3He-
HEE aTMOC(EPHI.

[Ipo6ema morsomeHus propa Mpu yTUIU3ATINH
JeTPaUpPOBABIINX Ta30BBIX CMeCeH [aA 3KCHMep-
HBIX JTa3€pOB B JIUTEpPAType He OCBEIeHa, OJHAKO
aTa mpobiieMa aKTyajabHA, MOCKOJBKY SKCHMEpPHBIE
J1a3€phl ¢ KaXKIbIM OJIOM IIPUMEHSIOT BCe IITHpe.

B nureparype Takike He ymanoch HAWTH OIHU-
caHWe METOAWKU OIpefieieHuss (PTopa B Ta30BBIX
CMeCsX.

IIpencraBnennas B pabore [9] merommka oTHO-
cutcsa K ompezneneHuo ¢gropa B Bosmyxe. Oma 3a-
KJII0YAeTCs B TMPEIBAPUTENHHOM MPOIYyCKaHUU 3a-
JMAHHOTO KOJMYEeCTBA BO3JyXa 4Yepes3 BOAHBIN pac-
TBOp Homuga Kamwsa. 3areM aJuKBOTY pacTBopa
OKpAaIIMBAIOT C IIOMOIIHI0 HOMOKPaXMaIbHON pPeak-
MU U TUTPYIOT BOJHBIM PACTBOPOM THOCYJIh(ara
HaTpus 10 obGecrBeunBanusa. OHAKO IIpenBapH-
TelbHbIE DHKCIEPHMEHTHI MOKA3aTd, YTO IAHHBIH
croco6 He TI03BOJISIET MOJHOCTHIO TepeBecTu (hTop
B PAcTBOp IPH ero cojiep:xkauuu B raze 6omuee 0,1 %.
Unea xumuyeckoro mnpeobpasoBanus ¢gropa B HO
¢ TIOMOIIBI0 HOAMAA KaIus ¢ JaTbHEHIIINM OIpee-
JIeHWeM Hojla TUTPOBAHUEM Oblia pasBUTA B HACTOS-
me pabore miA ompezeneHus (Topa B Ta30BOU
CMeCH.

JKCIIEPHMEHTAIBLHAA 9aCTh

s onpenenenua ¢propa B ra3oBOM CMECH I
SKCHMEPHBIX JIA3€POB MbI Pa3paboTalHu yCTAHOBKY,
cxeMa KOTOpPOH mpejcraBiieHa Ha pucyHke. [lis mo-
3UPOBAHUA Ta30BOM CMECH WCIOJb30BAIH IIIECTH-
IIOPTOBBLIA KpPaH-I03aTOp. B OMHOM 13 MOJIOKEHUIH
KpaHa-o3aTopa ra3 uaeT II0 CIUIONIHBIM JIHHH-
M (or6op MmMpo6kI), & B APYroM — I10 IIyHKTHPHBIM
(amamus). ITo BcmomorarenbHON JWHWUK IIPOILyCKAa-
au aszor yucrorou 99,99 %, comep:kainuii He Oosee
10* % mon. Bnaru. O6beM 1036l (JIMHUA B BUJlEe 3UT-
3ara) cocrasiser 26,8 cm3. Bee meranu u y3ibl, KOH-
TaKTUPYIOIIHE cO (DTOPOM, H3TOTOBJIEHBI W3 ME[IH.
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Cxema 9KCIIEPUMEHTAIBLHOM YCTAHOBKU [JI OIPENeIeHUs
(Topa B razoBhIX cMecAaxX mJA SKCHMEPHBIX JasepoB: I —
TpyOKa C YBIAKHEHHBIMHU KPUCTAJIAMUA HOIUIA KAIUs; 2 —
€MKOCTb C BOTHBIM PacTBOPOM HOAHAA KAJUA; 3 — poTaMeTp;
4 — IIeCTUIIOPTOBBIN KpaH-103aTOP

Experimental setup for fluorine determination in gas mix-
tures for excimer lasers: 1 — tube filled by wet KI crystals;
2 — test-tube with KI water solution; 3 — flowmeter; 4 —
6-way valve

Omna pearupyer co pTopoM, HO 3aTeM B pe3yJibTare
00pa3oBaHuA HA MOBEPXHOCTH METAJJIa CIJIOIIHON
IUIEHKH (DTOPUIA MEIU IIPOUCXOIHUT €€ MACCHBAIIH
¥ TIpeKpaliaercs JalbHedInee moroienre gropa
13 Ta30BOU CMeECH.

Poramerpsr 3 mpenBapuUTeNbHO TPagyHPOBAIH
[0 TEeHHOMY poTaMerpy IOToKoM asora. llomauy
aszoTa ¥ aHATU3UPYEMOU CMEeCH OCYIIECTBIISAIN de-
pes peryaupyioniue KpaHbl Cc IOTOKOM 20 u
50 MJI/MHWH COOTBETCTBEHHO.

Ilocne ycramoBaeHMs TOTOKOB K YCTAHOBKE TIOJI-
COEIUHSIN CTEKJISHHYIO [MOIVIOTHTEIbHYIO TPYOKy I
¢ 0,51 yBIa)KHEHHBIX KPHUCTAJIIOB HOOHWAA KaJud,
KOTOPYIO TIOMEITaI B CTeKITHHYI0 eMKOCTh ¢ 10 M
5 %-1oT0 BOTHOTO pacTBOpa Homuaa Kaiusd, HA BbI-
Xojle U3 TPyOKHU ras 6ap6oTUPOBAIM Yepes3 PacTBOp.
B mososxenunu kpana-gosaTopa «0T00p IpodbI» Ta30-
Basg CMech IIIJIa Yepes 103y, a a3oT — 4Yepes HOMUL
Kajausd, KaKk MMOKa3aHO HA PUCYHKE CIUIOIIHBIMHU JIH-
Huamu. Takum 06pasoM MPOIyBAIU CUCTEMY B TeYe-
Hre 15 MuH. 3aTeM IeperInYand KpPaH-I03aTop B
TO3UITAI0 «AHAJIM3», MPH STOM a30T, IIOCTyIas B
II03y, BBITECHAJ aHATU3UPYEMYIO CMECh B ITOTJIOTH-
TENbHYI0 TPYOKY, TJie MOrJIomanack 60abas 4acThb
¢ropa u3 razoBoii cmecH, a 3aTeM B €MKOCTh C pac-
TBOPOM HOAuAa Kaausd, KOTOPBIM IIOIVIONIAaT OCTaB-
Irecs ciienbl propa.

Ilocme sTOTO HATIOMHUTEND M3 MOTJIOTUTEIBHOM
TPpyOKH CMBIBAJIN IUCTHLIMPOBAHHON BOIOH B €M-
KOCTb 2, TIoJIydas aHaTu3UPYEeMbIH PacTBOP.

IIpu mormorenuy w3 rasoBoi cMmecu ¢ropa B
IOIVIOTHUTEILHOU TPYyOKe ¥ Jajiee B pacrsBope obpa-
3yeTcd paBHOE KOJIMYECTBO Hoja:

2KI + Fy — I, + 2KF. (1)

Ilepen TuTpOBaHMEM IIOIYYEHHOTO PACTBOPA €T0
OKpaIIMBaIN KPaxMajoM, ITOJKUCIAIN TPeMA Kall-

aamu 10 %-HOTO pacTBOpa CEepHOM KHCJIOTHI U TUT-
poBasu trocyabgparom mHatpus 0,0025 M mo obec-
IIBeYBAHUA:

Na28203 + 412 + 5H20 e
~ Na,SO, + H,S0, + 8HL )

Ilo TuTpy paccuuThIiBaIN KOIMYECTBO HOAa B
pacTBope, YUCAEHHO PABHOE KOJIUYECTBY ITOTJIOIIEH-
HOTO (pTOpa, KOTOPOE IIePEeCUNUTHIBAIHA B KOHIIEHTPA-
U0 (pTopa B aHATU3UPYEMOM Tase Ha OCHOBE JaH-
HBIX 0 TEMIIEpaType, 00beMe U [aBI€HUH J03bl aHa-
JIM3UPYEMOTO rasa.

JlaHHyl0 YCTAaHOBKY TakK:Ke IPUMEHIINA IS
ompeeeHus aacoPOIMOHHON eMKOCTH HCXOIHOIO 1
aKTHBHPOBAHHOIO OKcHaa anomuHud. llas sroi
IIeJIX B CTEKJITHHYIO TPYOKY 1 BMECTO Hofuaa KaJus
IIOMeIIAIN HAaBeCcKy mcciemyeMmoro amcopbenta. Ilo-
cie amcopbeHTa yCTAHABIUBAJIU IIOTJIOTHTEIBHYIO
eMKOCTh 2 ¢ 5 %-HbIM PacTBOPOM Hoawaa Kajausd. 3a-
TeM IPOM3BOIUIN CEPHUI0 HAIyCKOB IIPO6 SKCHMep-
HOU CMECH M3 JO3HPYIOIIEro yCTpoucTBa (CM. pucy-
HOK, IIO3UIIMS KpaHa-mosaropa 4) 10 IIOSBJIECHUS
JKeJITOBATOM OKpacKW Hoja B IOTJIOTHUTENTHBHOU eM-
KOCTH. OTO CBHUIETEIBCTBOBAIO O IIPOIIyCKe (propa
yepes amcopOenT. SHaA KOJIUIECTBO 103, PACCUUTHI-
BaIX CyMMAapHBIH 00beM ra3oBOM CMECH U KOJIUYIECT-
BO ITOTJIOIIIEHHOT0 (pTopa.

s mpuroroBienus o0pasIoB azcopbeHTa wmc-
MTONTb30BAJIA TIOPUCTBIM OKCHI AMIOMUHUS IIPOU3-
Bogcrea HKC Corp. Hong Kong, npensapurensHo
npoxranennsii mpu 300 °C. [lanzee ero pasmasabiBaIn
u orcewBanu (Qparmuoo pasmepom 0,1 — 0,25 mwm.
ITocme 9TOTO €ro aKTMBHUPOBAIN W 3AMOJHAINA IIO-
IVIOTUTEILHYIO0 TPYOKY IJIA OIpeae/eHus aacopOoIiu-
OHHOM €MKOCTH.

AKTHBAITHIO OKCHUIA ATIOMUHWUS IPOBOUIHN ClIe-
IyioiuM obpasoM. Buauame ompenensanu KOJTHIECT-
BO yIep:KHBaeMOH Ha CJIoe COpGEeHTa BOMbI, PACCUH-
ThIBAs Pa3HHUILy MACC CyXOTO M CMOYEHHOTO BOMOH
copbenra (cMayumBayIM, HOJWBaA COPOEHT BOIOH, a
3aTeM JaBalk €d CTedb B TOKe asora). [Ipemmoia-
ras, 9TO BOAHBINA PacTBOP AKTHBATOPA yIEeP:KUBAET-
cs Ha coe copOeHTa B TOM e KOIUYEeCTBE, TOTOBH-
JIA ero pacTBoOp TpebyeMo# KOHIIEHTPAIlUH, a 3aTeM
cMaumBaIu UM ciaou copbenta. [locie sToro BbICY-
IIUBAIN COPOEHT B TOKE a30Ta W B3BEIIUBAIH IJIS
oTIpejieIeHus MacChl HAaHEeCEHHOTo akTuBaTopa. Ilpu
HEOOXOUMOCTH KOPPEKTUPOBAIN KOHIIEHTPAIIUIO
BOJIHOTO PACTBOpa AKTUBATOPA U TOBTOPSIN HaHe-
CEeHMe HA HOBYIO IIOPIUI0 OKCUIA ATFOMHHUS.

O6cy:xaenue pe3yabTaTOB

Memponaozuueckue xapaxmepucmuku onpede-
aenus pmopa. Mbl onpenensann KOIH4ecTBO IOTIo-
II[EHHOTO MOMUIOM Kamusd )Topa M0 SKBHBAIEHTHO-
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My KoawudectBy ly. Mi3BecTHO, uTO 01 06IamaeT BbI-
COKOW JIETYYeCThIO, YTO MOJKET IIPUBOUTE K €T0 Jac-
THYHOU IOTepe B mporecce orbopa mpobsr. s mpe-
JOTBPAIEHUA STOTO MbI HCIIOIB30BATIH CIIOCOOHOCTD
Hosia K 00pasoBaHUI0 HEIEeTy4ero KOMILIEKCHOTO CO-
equnenusd Kl;. O6parTHyoo peakuuio pasioKeHUs
KI; o tiona u fioguaa Kamius MbI HOJABIANH IyTEM
MpuUMeHeHus: 6ojiee 4eM THICIUEKPATHOTO H30BITKA
vonuaa Kajaud.

Jna nmpoBeneHusa aHaIu3a UCIOIb30BAIU JIa00-
PATOPHYIO IOCYAy BTOPOTO KJIacca TOYHOCTH: Mep-
eI muuHAp Ha 50 cM® s usmepenus oGbeMa
1036l 26,8 cM3; THTpOBaNILHYI0 OIOpeTKy Ha 5 cM?®,
nBe Komobl o6bemom 1000 cm® u mumeTky Ha 25 cm®
IIJIs1 IPUTOTOBJIEHUA TUTPanTa. Henckiouennas or-
HOCHUTENIbHAA CHCTEMATHYECKAs MOTPEIIHOCTb Mep-
Horo muauuapa pasua 0,08 %, 6roperku — 0,4 %,
K0s061 — 0,08 % u nunierku — 0,24 %. I1pu pacuere
CyMMapHOU MOTPENTHOCTH YIUTHIBAIH TaKKe U CIIy-
YaiHy0 MOTPEIIHOCTb, BHOCUMYIO IIPU TIOBTOPHBIX
W3MEPEHHAX, IPOBEIEHHbBIX C OMUHAKOBOU TIIATENIh-
HOCTBI0. B mTOTE T0C/ie MpoBeeHHBIX 10 METOIUKE
[10] pacueToB abCOMOTHAS MOTPEITHOCTH AHAIH3A
cocrasura A = *+0,01 % mon. Fy. Ucmoabsys 3S-
KpUTepUM U 3HAYeHUe AWCIEepPCHH CIy4alHOH IIo-
TPEITHOCTH, BBIMUCIWIN IIpezies 00Hapy:KeHud To-
pa, xotopslii coctaBua 0,006 % modr.

IIpaBunbHOCTD pE3yIHTATOB AHANW3A OIEHUIN
MEeTOJZIOM «BBEIEHO — HAUJIeHO» C HCIOJbh30BaHUEM
(ropconepskaiieit cepTUUIIMPOBAHHON Ta30BOMH
cvecu Topa C WHEPTHBIM Ta30M, COJAepIKaIiei
0,17 £+ 0,01 % wmon. Fy. CpaBHeHue I0IIy4eHHOTO pe-
gynbrara omnpenenenus gropa (0,17 = 0,01 % mour.)
C 9TUM B3HAYEHHEM CBUIETEIBCTBYET O IIPABUIIb-
HOCTH IIPEJIJIOKeHHOM METOIUKY aHAIHN3a.

W3 mureparyps! [1, 2] usBecTHO, YTO AOIYCTH-
MasA OTHOCUTENbHASA IOTPEIIHOCTb IPUTOTOBIECHUA
(bropcomepsramnx ra3oBBIX CMeced A SKCUMep-
HBIX J1a3epoB He npesbiaet 10 %. 11o pesympraTam
pacuera OTHOCHUTEIbHAA IOTPENIHOCTh AHAIN3a,
IIOCTUTHYTAA C UCIOJIIL30BAHUEM METO/Ia «BBEIEHO —
HalieHo», paBHa 6 %, 94T0 ymoBieTBOpseT TpeboBa-
HHUSAM K TOYHOCTH aHaIu3a (PTOpCcopep:kaIiei raso-
BOU CMeCH.

Pezyavmamut axcnepumenma no nozaoueHuro
¢dmopa aKmueuposaHHvIM OKCUOOM QAIOMUHUS.
Ha npenBaputenbHOM 3Tame paccyuTaayd CTaTHUe-
CKYI0O aJCOPOITMOHHYI0 €MKOCTb AKTHBHOTO OKCHIA
amromuaus mpousBoacrea HKC Corp. Hong Kong

(ymenbHAA MOBEPXHOCTH — 358 M?/r; 00K 06beM
mop — 0,6 cM®/r): B npubamxeEnr MOHOCIOA pTOpa
oHa cocrasisaeT 255 mr/r. Takoe BbICOKOe 3HAUEHNE
CTATUYECKON a/iCOPOIIMOHHON eMKOCTH I103BOJISeT
MPEAIOI0KUATh EPCIeKTUBHOCTD WCIIOIH30BAHUS
JAHHOTO ajcopOeHTa Mg yJIaBIuBaHuUsI (ropa u3
0oTpaboOTaHHOW Ta30BOM CMeCH /JId DKCHUMEPHBIX
J1a3€pOoB.

IIpu o06paboTKe SKCIEPUMEHTATBHBIX AAHHBIX
[0 TIOTJIOIIEHUI0 (pTopa aacopOeHTOM IIpeaBapH-
TEbHO OIEHW/IM TMOTPEIIHOCTh KOJWYECTBA HaHe-
CEeHHOTO AKTUBATOpPA. ¥ CTAHOBJIEHO, YTO OCHOBHOM
BKJIAJ] B HEe BHOCST CTeIeHb OCYIIKH ancopbeHTa u
HEWCKIIOYEHHAs CHCTeMAaTHYeCKas IIOTPEIHOCTD
amanmuTudyeckux BecoB. Crarucrryeckas obpaborka
pe3yabTaTOB OCYLIKH W B3BEIIUBAHUSI amcopbeHTa
[MOKA3aJyia, YTO OTHOCUTEIHHAS MOTPENIHOCTh KOJH-
YecTBa HAHECEHHOTO TAJOTeHHWIHOTO AaKTHBATOpa
cocraBisaet 1 %.

B pesynwrare skcrnepumenTa ObLIO yCTAHOBIIE-
HO, yTOo HaBecka 0,5 T OKcuJa alTOMUHHUA yaep:Kana
drop u3 241,2 em? dropcomepsxaleii cmecu, cogep-
skarneit 0,24 % mon.  (Topa, YTO COOTBETCTBYET
1,8 mr Fy, ma 1 r amcopbenra.

Amnanornuno masecka 0,5 r oKcuza aqTIOMUHUS C
raJOTeHUAHLIM AKTHBATOPOM yIep:Kaia (Top H3
20100 cm® dropcomepkamiein cmecu. PesynbraThbl
9KCIIEpUMEHTa TpPHUBeIeHbl B Tabmurie (morperr-
HOCTh ObLTA pacCYMTaHA IIyTEeM IIePEeBOIa OTHOCH-
TEeJIbHOI IIOTPEIIHOCTHU B3BEIIWBAHUA B BEIlIEeCTBEH-
HYIO TIOTPEIIHOCTbD).

W3 Tabauusl BUIHO, YTO WCIIOIb30BAHHME AKTHU-
BaATOPOB IT03BOJISIET MOBBICUTH AICOPOIIHOHHYIO €M-
KOCTB OKCH/Ia JIOMUHUA IIOYTH HA [BA MOPIAKA Be-
auyuHbl. PaccumTanHoe KoaumdecTBo ¢rropa, KOTO-
poe MO:KeT XMMHYECKH IIpOpearupoBaTh C rayore-
HUIHBIM aKTHUBATOpOM, cocraBisger 10,3 mr. Taxkum
00pasoM, yCTAHOBIIEHO, YTO MTPOUCXOJUT UMEHHO aK-
THBAIUS TOBEPXHOCTH OKCHA ATIOMUHUSI, TAK KaK
caM aKTHBATOP HE MOYKET XMUMHUYIECKU IIPOpearupo-
Bath co 150 mMr dpropa Ha TpamMm agcopbeHTa.

Ouenka nokaspiBaer, uto natpoH ¢ 0,5 Kr akTu-
BHUPOBAHHOTO ajicopbeHTa CIocobeH Ie3aKTHBUPO-
BaTh 7,5 M® oTpaboTaHHON (TOpCOAEpKAIIEH ra30-
BOH CMeCH JIJI 9KCHMEPHBIX JIa3ePOB.

3axaroueHue

Takxum o6paszoM, pazpaboTaHa METOAUKA, II03BO-
JAI0MAas KOHTPOIUPOBATh Cofiepskanue dropa B ra-

PeSyJIbTaTbI JKCIIepHMeHTa II0 IIOTJIOIIEHUIO (bTopa PasiiniIHbIMHA aZ[COpﬁeHTaMI/I

Experimental data on the fluorine absorption

Ancopbent

Ynepxauusii 06bem 0,24 % mou.
cmecu ¢ropa, cM3/T

Macca norsomiesHsoro gropa, Mr/t

Oxcup anTioMAHAA

OKCI/IJI AJTIOMUHHUA C TAJIOTEHUAHBIM aKTHBATOPOM

4824 1,8 £0,2
40200 150 = 15
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30BBIX CMECAX I DKCHUMEPHBIX JIa3ePOB € a0COIIIOT-
HoM morpemrHocthio ananmu3a *+0,01 % mon. Fy. Me-
TOAWKA BKJIOYAET IIPOBElEeHUE PeaKIUu Ta30BOH
cMecH C u30bITKOM HMOmHAA Kajius W IIOC/IeayIolee
TUTPUMETPUIECKOE OIpeiesIeHre BBIIEIUBIIEroCs
Ho/ia 10 peakIuu ¢ THOCYIb)aToOM HATPHUS.
Hsyuena BO3MOKHOCTH IIOTJIOLIEHUS ropa M3
ra3oBOM CMeCH OKCHIOM AaJIIOMHHHUSI: OIpeaeseHa
ero aacopOITHOHHAS €MKOCTh 10 OTHOIIIEHHIO K dJIe-
MeHTHOMY (pTopy, KoTopas cocrasmwia 1,8 *
+ 0,2 mr/r. [Ipu HaHeceHWH raJOTeHUIHOIO AKTHBA-
TOpa ee 3HAYEHHE yBeawdmyaoch 10 150 + 15 mr/r.
ITO HO3BOJISIET HCIIOIb30BATD JAOIIOTHUTEIHHO AKTH-
BUPOBAHHBIN OKCH] ATFOMUHUSA /I YTUIU3AINH JIe-
rpagupoBaBIiied ropcoaepsKaliieil ra30Boi CMeCH.
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IIpencraBnensr pesynbraThl KCCIENOBAHUSA CTPYKTYPBI YIJIEPOJHBIX MATEPUAIOB METOIOM
peHTreHoBcKoH qudpaxkromerpun. C HCIOIB30BAHWEM PEHTTEHOBCKOTO aucpaxromerpa D8
ADVANCE (¢punsrpoBantoe CuKa-usimydyeHrie) aHAIM3UPOBAIN YIJIEPOAHbIE BOJIOKHA C pas-
nuaubivu TemreparypabivMu (ot ~2300 mo ~3000 °C) pesxkrimamu TepmoodpaboTku. ITokasaro,
YTO IIPH IIPOBEAECHUN JUATHOCTUKU CTPYKTYPHI BOJIOKHUCTBIX YIVIEPOAHBIX MATEPHUAIOB, B KOTO-
pble PEHTTEeHOBCKIE JIydH MMPOHUKAIOT Ha OOJBIIY0 TIyOuHYy, HEOOXOANMO OTPAHUIUBATH TOJI-
uHy o0beKTa uccaenoBanusa 10 ~0,1 MM s obecrieueHus yCI0BUA CaMOMOKYCHPOBKU BCEM
o0beMoM 00pasia, hOPMHUPYIOLIUM IU(PPAruPOBAHHbIN IIydoK. MaTepuasr yriiepomHbix BHICOKO-
MOJIYJIBHBIX BOJIOKOH MOKET OBITh T€TePOTeHHBIM, BKIIOYATh 00JIACTH KOTePEHTHOTO PACCESTHUS,
apamMeTpbl KPUCTAJUIMIECKOH CTPYKTYPbI KOTOPBIX OTJIMYAIoTCA. B pesynbrare skcriepuMeHTa-
JIbHO HabIIonaemble quparuonabie MakcumyMbl 002, 004 u 006 cTaHOBATCAH aCHMMETPHUYHbI-
Mu U He omuchBaoTca qyHruuavu ['aycca, Jloperna wiun Boiira. [lostomy momydaembrie 1o
CTaHJAPTHOM METOIUKE CPEeIHNE 3HAUEHHUI MEKIIZIOCKOCTHOTO PACCTOIHUA U PasMephl obracTe
KOTEPEHTHOTO PAaCCesHUA He OTPAKAIOT PeasbHyI0 CTPYKTypy MaTtepuana. IIpoduns acummer-
pUUHOTO MupariuonHoro Makcumyma 002 aHATH3MPOBAIK € MTOMOIIBI0 mporpammbl Origin.
ITO MO3BOJIUIIO MCCIE0BATH TOHKYIO (TeTePOTeHHYI0) CTPYKTYPY BOJIOKHA, KOTOPAsS BO MHOTOM
ompezensaeT (PUNKO-MEXaHWIEeCKUe CBOMCTBA Marepuasia. IIpuBeneHbl faHHbIE aHAINM3a IIPO-
¢umeit makcumymoB 002 yriepopHbIX 00pasuoB 1o u mocie yaaneHus CuKay-cocTaBisiomnes.
BeImonueHo cpaBHEHVE pesyIbTaToB Pa3eIeHus SKCIePUMEHTAIBHO HAGTIOAAeMbIX ACHMMET-
puuHbIX audpakiuoHHbIX MakcuMyMoB 002 HA CHMMETPHYHBIE MAKCHMYMbI, OIFCHIBAEMBIE
dyurmuamu [Maycca, Jloperma u Boiita. YcranoBneHo, 9To MPEAIOYTHTENHLHO PA3IOKeHne Ha
KOMITOHEHTBHI, onuchiBaemble pyrkpamu ['aycca nimm Boiira.

KaroueBsnie CIOBA: yriiepoaHOe BOJIOKHO; PEHTTEHOCTPYKTYPHBIN aHAIN3; 00IaCTh KOTePEeHT-
HOTO PacCesiHusT; KOMIIOHEHTHBIN COCTAB; METaCTA0WIbHBIE COCTOSTHUS.
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New possibilities for diagnosing the structure of carbon materials by X-ray diffraction analysis are de-
scribed. The studies were performed on an X-ray diffractometer D8 ADVANCE (filtered CuKa radiation)
using carbon fibers (CF) differed in the mode of heat treatment (~2300 to ~3000°C). It is shown that
when studying the structure of fibrous carbon materials characterized by a large depth of X-rays penetra-
tion, it is necessary to limit the thickness of the object under study to ~0.1 mm to provide the self-focusing
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condition for the entire sample volume engaged in formation of the diffracted beam. The material of high
modulus carbon fibers can be heterogeneous and contain coherent scattering regions wherein the crystal
structure parameters are somewhat different and experimentally observed diffraction peaks 002, 004, and
006 become asymmetric and are not described by the Gauss, Lorentz, or Voigt functions. Thus, the stan-
dard method used for determination of the average value of the interplanar spacing and the size of coher-
ent scattering regions does provide reliable information on the real structure of the material. The profile
of the asymmetric diffraction peak 002 was analyzed using the Origin program thus providing information
about fine (heterogeneous) structure of the carbon fiber material which largely determines the physicome-
chanical properties. The data on 002 diffraction peak profiles of carbon fibers before and after removal of
the CuKa, component are presented. The data on decomposition of the experimentally observed asym-
metric 002 diffraction peaks into symmetric peaks described by the Gaussian, Lorentz, and Voigt func-
tions are compared. The most preferable is the decomposition into the components described by the
Gaussian or Voigt functions.

Keywords: carbon fiber; X-ray diffraction analysis; coherent scattering region; component composition;

metastable states.

BBenenmne

HeobxomuMocTs  ompefeneHus  IapaMeTpoB
CTPYKTYPhl HAHOCTPYKTYPHUPOBAHHBIX MATEPUAIOB
BOBHHUKAET IIPH peIleHnH Kak (PyHIaMeHTATbHBIX,
TaK W OPUKIAIHBIX 33184, HAIPUMED, B ClIydae uc-
CIeIOBAaHUA KPUCTAJITNIECKON PEeIIeTKH, OIpeee-
HUAS pasMepoB o0iacTeil KOTePEeHTHOTO pPACCEesHHS
(OKP) u TercTyphbl HOTUMEPHBIX U YIIEPOTHBIX BO-
JIOKHUCTBIX MATEPUAJIOB HA PAa3JIUYHBIX ITAMax Io-
JIydeHudA yriaepoAHbIXx BoJaokoH (¥B). Bmecre ¢ Tem
KOHEYHBIE CBOMCTBA ¥ B 3aBHCAT B TOM YHCIEe U OT
ycinoBuit Tepmocradmnusanuu [1 — 8]. Taxk, B ciryuae
YB ma ocHoee mommakpuiaonutpuaa (IIAH) mpum
temmeparypax ~250 °C B ooweme mcxomuoii ITAH-
HUATH (POopMHUpYyeTcA HOBAaA HAHOCTPYKTYpa TEPMO-
CTA0MIN3UPOBAHHOTO BOJIOKHA, JJIS TUATHOCTUKH
KOTOPO# IITUPOKO MPUMEHSIOT TUPPAKIIHOHHBIE Me-
TOABI UCCIIETOBAHUA.

Ha cragum  BBICOKOTEMIIEpaTypHOH (7O
~3000 °C) TepMoMexaHHYECKOH 0OpPabOTKH B IIPO-
1iecce aKTUBHOU TTePEeKPUCTAIU3AIINY YTIEPOTHOTO
Marepuaga (QOPMHUPYIOTCT 3aJAHHBIN TUCIEPCHBIH
COCTaB M TEKCTYpa KOHEYHOTO MIPOAYKTa, BO MHOTOM
ompepnesnsomue ero csoicrea [9 — 15]. lna omnpene-
JIEHUA ONTHUMATbHBIX PEKUMOB TEPMOMEXaHUYIECKO-
ro Bo3zeiicreua Ha ucxoxguoe IIAH-BomokHO Ha Beex
aTamax IIOJyJeHUs BBICOKOKaueCTBEHHOTO YB He-
00X0IMO HCCIEeOBATh B3aUMOCBAZh MEKIY pe-
JKUMaMU 00pabOTKH U CTPYKTYPHBIMU U3MEHEHUAMU
Marepuana. B 9ToM ciayduae peHTTeHOCTPYKTYPHBIH
aHAIW3 — OIWH 13 Hanbojiee PacIpoCTPAHEeHHBIX U
3(p(PeKTUBHBIX METOMOB KOHTPOJA IapaMeTpoB
CTPYKTYPHI.

J1a AMAarHOCTHKYM CTPYKTYpPHI TpadUTHpPOBAH-
HBIX MaTEPUAJIOB U ¥ B HA pas3IMyYHBIX dTaIlax IJIu-
TEIFHOTO MEXaHWYECKOTO IUCIIEPTUPOBAHUA WU
PagUAIIIOHHOTO BO3AEHCTBUA TaKKe IPUMEHTIOT
MEeTOJI PEHTTeHOBCKOUW maudparromerpuu [16 — 19].
OmHako HpuU €ro WCIOAb30BAHUHU [JI aHAIN3a
CTPYKTYPhI YIJIEPOAHBIX WM ITOJUMEPHBIX MaTepua-
JIOB BO3HUKAET pAf mpobiaeM. Bo-niepBhix, pu cTaH-
IApTHBIX METOAMKAX IIPOBENEHUS SKCIePUMEHTA

6osbInas rIyOMHA MPOHUKHOBEHUSI PEHTTEHOBCKHX
Jgydeil B o6paser; o0yciaBiIuBaeT ydyacrue B (DOPMU-
poBanuH [udparupoOBaAHHOTO IIyYKa 00HEMOB HCCITe-
IyeMOTO BeIIeCTBa, PACIIOJIOMKEHHBIX CYIIeCTBEHHO
(HA MHULIEMETPBI) HHMKE ILIOCKOCTH caMO(oKycH-
poBku o Bperry — Bpenrano, uTo mpuBoguT K wC-
KaKeHH0 npoduisd AUPPAKIMOHHOTO MaKCHMyMa.
Bo-Brophix, mMaTepuan Mo:KeT OBITH HE MOHOIWC-
nepcen, Brmouars OKP, mapamerpsr kpucraitmae-
CKO# CTPYKTYPBI KOTOPBIX OTJIHYAIOTCH. B pesynbra-
Te SKCIEePUMEHTAIbHO HabmrogaeMble audparIy-
OHHBIE MAKCHMYMBI TAKHUX CTPYKTYP CTAHOBATCS
aCUMMETPUYHBIMHU U HE OIUCHIBAIOTCA (PYHKIUAMU
l'aycca, Jloperma unu Boiita. B wacrtHOoCcTH, Ha
PEHTTEeHOBCKUX AU(PPAKTOTPAMMAX BBICOKOMOYIb-
HbIX ¥B QuKcupyercs cymiecTBeHHAs aCHMMETPUS
makcumymoB 002, 004 u 006 kaxk Ha <«OIMIKHAX»
(20 = 26°), Tak u Ha «manbHHX» (20 ~54 u ~87°)
yriax qudparnun (CuKa-usinygenue) [12].
AcuMMeTpus MaKCHMyMOB 3aBHCHT OT YCIOBHH
norygernus ¥ B. Tak, acumverpus qudpakiinoOHHBIX
makcumymoB 002 ¥B u mpupomHoro rpadwmra, Ko-
Topas HAOMIOIAeTCs TOC/e JJIUTENTHHOr0 MEeXaHU!-
yeckoro aucrepruposanusa [16, 19], seposTHo, 00y-
CJIOBJIEHA OIHOBPEMEHHBIM IIPHCYTCTBHEM B Mare-
puanzax KOMIIOHEHT, OTJWYAIOIIHUXCA II0 pasMepaM
OKP u Benumumue me:xcaoeBoro paccrosaus. [1oaro-
My TOojydyaemas 10 LEHTPY TIKEeCTH W WHTerpajb-
HOI IIMPHUHE aCHMMETPUYHBIX MAKCUMYMOB HHQOP-
MaIus O CpeJHeM 3HAYEHWH MEKIIJIOCKOCTHOTO pac-
crosuus u cpepuux pasmepax OKP ue orpaskaer pe-
QIBHYI0 CTPYKTYPY Marepuasa. Y CTPAHHUB HCKaMKe-
HHe Tu(PAKIIHOHHBIX MAKCUMYMOB, 00yCIOBIEHHOE
O0BIIION TayOHMHON MPOHUKHOBEHUA PEHTTEHOB-
CKUX JIy4eil, MOKHO TOJIyYUTh 60jIee TOYHBIE IaH-
HbIE 0 TOHKOH CTPYKType M3y4aeMoro Marepuana.
[ens paboTsl — wcciemoBaHIe TOHKOH CTPYKTY-
pBI ¥YB MeTomOM peHTTeHOCTPYKTYPHOTO aHAIH3A.

OGopymoBanue, METOAbI, MATEPHUATBI

C mOMOIIBI0 PEHTTEHOBCKOro Au(parToMerpa
D8 ADVANCE (¢dunsrpoBanuoe CuKa-usiyueHue)
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20 22 24 26 28 30
20, rpan.

Puc. 1. PenrrenorpamMmmbr 06pasios YB-1 ¢ ToauuHo# ciost
yraepogusix HuTed ~0,1 (1), 2 (2) u 4 MM (3)

Fig. 1. Diffraction patterns of CF-1 samples with different
thickness of the carbon filaments layer: ~0.1 (1), 2 (2), and
4 mm (3)

uccienoBanau obpasipl ¥YB (YB1, ... ¥B-5), ornmua-
ouecd remueparypuabiMu (ot ~2300 mo ~3000 °C)
pe:xkumamu Tepmoobpaborku. s obecrieuenus ca-
MO(OKYCHPOBKH [AU(PPArHPOBAHHOTO IyYKA II0
Bparry — Bpenrano Bcem 06beMOM BeIecTsa, ¢ KO-
TOPBIM B3aWMOIEHCTBYeT PEHTTEHOBCKUM IIyYOK,
KCIOJIB30BAIH 00pasibl B Bume TOHKOro (~0,1 mm)
cinos uutei. CuKay-coCTaBIAOINIY0 YIAIIN C II0-
Moo nporpammbl DIFFRAC plus. Ilpodunu gu-
(bpaKIIMOHHBIX aCMMMETPUYHBIX MakKcuMymoB 002
OKP ¥YB amamusupoBajad, WCIOIB3YS IMPOTPAMMY
Origin. J[J1s1 5TOro SKCIIEPUMEHTAIBHO OJyJYeHHbIe
acumMerpuunble Marcumymbl (CuKoa-usiyuenue),
a Taxkke MakcHMyMbl mocie yaamenus CuKay-co-
CTaBIAIOIIEH (COOTBETCTBYIOIINE B3aUMOEHCTBUIO
¢ obpasiom CuKoa,-usiydeHus) pasjiaraiu Ha KOM-
MMOHEHTHI, TPOQUIN KOTOPBIX OMUCHIBAIOTCA (PYHK-
muamu ['aycca, Jlopenna uiau Boiita. MunnmansHOe
KOJIMYECTBO TAKUX KOMIIOHEHT Pa3Io:KeHUs OIpee-
JIAJTH COBIAIeHUEM ITPOUIet CyMMapHOTO U SKCIIe-
PUMEHTAIHHO IMOIYyIeHHOTO MaKCUMyMOB (K0s(dr-
nueHT gerepmuHanuu R2 = 0,9969 — 0,9998). Me:x-
IJIOCKOCTHOE PacCTosHUe dyy U CPeIHUEe pasMepbl
Ly, OKP BbiZeneHHBIX KOMIIOHEHT BBIYHCIAIN II0
IEHTPY TAKECTH W IMOJIyIIMPHUHE MAaKCUMYyMOB (B
ypaBuenuu Censakosa — [lleppepa komcraunry k mpu-
HUMaIW paBHOHU exwHuIe). KommdyecTrBeHHOE COOT-
HOIIIEHHEe KOMIIOHEHT B ¥ B onpeiensaaun mpomopumo-
HAJIBHO OTHOILIEHWIO ILIOIAAeH MaKCHMYMOB KOM-
IIOHEHT PAa3JI0KEeHHU.

O6cy:xaenue pe3yabTaTOB

Brusauue ycaoBuit mosydyeHus peHTIeHOTPaAMMBbI
Ha TOJOMXKeHNne U MPOoQUIb TUuPAKITMOHHBIX MAKCH-
MyMOB WHCCIENOBATN Ha Tpex obOpasmax ¥B-1
(puc. 1). B mepBoMm 06pasiie mapasuieibHO YI0KEeH-
HbIe YIIE€POAHbIE HUTH PACIOJIATATH B CJIO€ TOJIIH-
Hoit ~0,1 MmMm. Bo BTOpOM m TpeTrbeM — OTpesKH

YB-1 YB-2
K, a K, 6
K, K;
K; Kg

22 23 24 25 26 27 28 29 22 23 24 25 26 27 28 29
20, rpan. 20, rpaz.

YB-1 YB-1
8 2
K, K,
K, K,
K; K;

22 23 24 25 26 27 28 29 22 23 24 25 26 27 28 29
20, rpazm. 20, rpazm.

Puc. 2. [Ipodunu acmMMeTpudHbx TU(PAKIIUOHHBIX MaK-
cumymoB 002 oOpasmoB ¥B-1 u ¥B-2 u xoMmmoHeHT, KOTO-
pble onmcbiBaoTea gyukmuamu ['aycea (a, 6), Jlopenmna (8) u
Boiita (2)

Fig. 2. Profiles of the asymmetric diffraction peaks 002 of
CF-1 and CF-2 samples and components described by the
Gaussian (a, b), Lorentz (¢), and Voigt (d) functions

JKTYTOB ¥ B yKiIansIBanu napaiieabHo APYT K IPYTY
B KIOBETBI IVIyOMHOM 2 1 4 MM.

Borucnennsie o peHTreHOrpaMMaM 3HAYEHHU
dooz 1 Lo cocraBaamu 3,401, 3,449, 3,463 A u 8,2,
7,34, 7,28 HM COOTBETCTBEHHO.

YraepoaHBIM MaTepual B IIPOIlecce IIEpexofa
M3 PEHTTeHO0aMOP(QHOTO COCTOSHUS B TPAQUT IIPOXO0-
AT Yepe3 HeCKOJIbKO MeTaCTaOMIbHBIX COCTOSHHH,
KOTOPBIM COOTBETCTBYIOT (DUKCHPOBAHHbBIE 3HAUEHUA
MeIKCI0eBOro  paccroauua: dj,, = 0,335, d(ioz =
=0,337, dj, =0,340, dj, =0,3425, d;, =
=0,3440 u df, = 0,355/0,368 um  [17 - 20].
Cocrosauusa (KOMIIOHEHTHI), COOTBETCTBYIOIIHE DTUM
3HAYEHUAM MEKCIOEBBIX PACCTOSHHUHN, 0003HAYMIN
Kl? Kz, ceey KG'

Ha pwmc. 2 mnpuBemeHbl 3KCIEPUMEHTAIbHBIE
npoduau gudparnuonHbix MakcumymoB 002 obpas-
1oB ¥B-1 u YB-2, a Takke npouau Tpex KOMIIO-
HEHT PAa3OKeHUsI ACHMMETPHYHBIX MAKCHMYMOB,
KOTOphIe omuchkiBatoTca (QyHrnmamu ['aycca, Jlo-
perna u Boitra. [Ipodunu cymmaproro makcumyma
KOMIIOHEHT PAa3JI0KEHUA U DKCIIEPUMEHTAIBHO II0-
JIy4eHHBIX ACUMMETPUYHBIX AUMPPAKIIHOHHBIX MaK-
cumymoB 002 ¥B cosmazaror.

Suavyennsa KodddunmuenTa R2, BEIMHCIEHHBIE IO
pe3yabTaTaM pasioeHud 00pasloB, OKa3alIHCh
HaAUOOJIBIIMMHY IPY TpuMeHeHun QyHKIui Boiita u
Iaycca (cm. Tabauiyy). Cpennee snauenue R2, ompe-
neneHHoe 1o maTH ucciaegoBanubiM ¥ B (CuKa-us-
nyuenme), cocraBmno 0,9995, 0,9994 (dymrmmm
Boiira u I'aycca) u 0,9976 (dpyurnus Jlopenra).

Hns obpasma ¥YB-1 KOMIIOHEHTBHI Pa3jIOKeHUs
acumMeTpuuHoro Makcumyma 002 Ha cuMmerpud-
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ITapameTpsI TOHKOH CTPYKTYphI ¥ B
Parameters of the CF fine structure

KommoneHTBI
PpasIomeHus

O6pasern;

(usmyuenue) Pymxmma

MesxcmoeBoe
paccrosHue d ),

Koaddpunuent
nerepmuHanuu R2

Conep:xanue
KOMIIOHEHT, %

Cpenuue pasMepsl
Lygo, BM

OG6pa3snsl ¢ pasIHIHbIMA TEMIIEPATYPHBIMH PEKHMAMI BHICOKOTEMIIEPATYPHON TEPMOMEXaHHIeCKON 00paboTKH

VB-1 (CuKa) Taycc K, 3,372 27,8 16 0,9989
K, 3,403 13,6 45
K; 3,437 5,3 39
Jlopen K, 3,370 33,1 26 0,9974
K, 3,398 22,7 34
K, 3,437 12,0 40
Boiir K, 3,372 21,1 33 0,9994
K, 3,409 14,2 36
K, 3,467 8,8 31
VB-2 (CuKa) Taycc K, 3,406 12,5 37 0,9990
K, 3,436 6,6 44
K, 3,515 2,6 19
Jlopen K, 3,381 18,5 26 0,9969
K, 3,420 16,0 41
K, 3,469 9,5 33
Boiit K, 3,400 10,0 51 0,9990
K; 3,444 7.8 32
K, 3,548 5,4 17
VB-3 (CuKa) Taycc K, 3,402 11,4 33 0,9997
K, 3,432 6,4 43
K; 3,493 2,7 24
Jloper K, 3,379 15,6 28 0,9981
K, 3,423 13,1 41
K, 3,4978 67,5 31
Boiit K, 3,399 10,1 27 0,9998
K, 3,423 6,2 50
K, 3,545 4,0 23

OGpa3siubl, IoJIy4YeHHbIE B Pe3yJIbTaTe BLICOKOTEMIIEPATYPHOI 06Pa6OTKH OTPE3KOB KIyTOB
B rpaPUTOBOM 3aKPBITOM THUIJIE

¥B-4 (CuKa) Tayce

Jlopents

Bour

3,361
3,384
3,409
3,355
3,375
3,403
3,363
3,398
3,435

28,2 21 0,9994
16,0 43
5,8 36
40,3 21 0,9977
29,0 36
14,8 43
21,1 44 0,9997
18,7 33
8,5 23

Hble MOKHO OTHecTH K KoMmmoHeHTaM K,, K; u Kj;
(cM. Tab6m.). Ilpu sToM B cinyuae mpuMeHeHHUS (PYHK-
nuii ['aycca u Boiita mma ananusa mpoduis acum-
METPUYHOTO MaKCHMyMa (pasiIosKeHUs ero Ha KOM-
TIOHEHTHI) CpeJHUe pasMepsI Ly, BhIIETEHHBIX KOM-
IIOHEHT JocTaToyHo omuskum (27,8, 13,6, 5,3 u 21,1,

14,2, 8,8 um coorBercTBeHHO). [Ipu mcmoab3oBaHuM
dyurmuu Jlopenra suadenus Ly, moutu B 1,5 pasa
6osbIre.

KoMIoHeHTBI pasioxeHus aCUMMETPHUIHOTO
makcumyma 002 obpasma ¥YB-2, moiaydueHHOro mpu

Oomee HU3KOH TeMmIeparype, IpH MIPUMEHEHUU
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OxoHuaHue TaGIUIIBI
O6paszers @ Kommnonentst MesxcmoeBoe Cpenuue pazmepsl Conmep:xanue Koadumment
(usmyuenue) JHRIHA PasIoKeHusa paccroanue dgg, Lygg, BM KOMIIOHEHT, %  aerepmuHanun R?
YB-4 (CuKa,) Tayce K, 3,361 29,4 29 0,9992
K, 3,384 16,7 42
K, 3,408 5,9 37
JlopeHry K, 3,355 43,1 20 0,9974
K, 3,374 30,1 35
K, 3,402 15,1 45
Boiir K, 3,361 23,2 36 0,9996
K, 3,392 17,2 42
K; 3,437 8,7 22
YB-5 (CuKa) Taycc K, 3,367 26,4 44 0,9998
K, 3,388 14,8 32
K, 3,412 5,3 24
JlopeHry K, 3,353 47,3 23 0,9978
K, 3,375 34,7 42
K, 3,400 18,4 35
Boiir K, 3,363 18,8 49 0,9998
K, 3,383 14,0 30
K; 3,442 8,9 21
YB-5 (CuKa,) Taycc K, 3,367 26,7 44 0,9978
K, 3,388 15,2 31
K, 3,412 5,4 25
Jlopents K, 3,353 48,1 23 0,9978
K, 3,374 34,9 42
K, 3,399 18,3 35
Boiir K, 3,355 24,3 23 0,9997
K, 3,377 20,6 36
K, 3,411 12,6 41
dynxrnuii 'aycca nunu Boiita — K, K5 u Kg. B cny- 3akarogueHue

vae qyHKIUN JlopeHIia pesyabTaThl aHaINu3a CyIie-
crBeHHO oTiamyanuchk pasmepamu OKP, a kowiro-
HEHTHBIA COCTAB COOTBETCTBOBAJ MEHBIIIHUM 3HAYE-
HHUAM MeskcaoeBoro paccroguus (Ko, K, u K;).

1 ocrambHBIX HCCIETOBAHHBIX ¥B pasMepsnl
OKP pasnoxenus, MOIy4eHHbIE C TIOMOIIBI0 (PyHK-
nuii ['aycca u BoiiTa, Tak:xe 3aMeTHO OTIHYAIUCH OT
MMOJIyYEeHHBIX IIPHU KUCIIOAb30BAHUU (PyHKIINHU JIopeH-
1a. 3ameruM, 4TO cpeguue pasmepsl Lyy, OKP BbI-
eJIEHHBIX KOMIIOHEHT PAa3/IOKeHHs BCEX WCCIeIo-
BAHHBIX BOJIOKOH OKA3AJIWCh HAUMEHBIIUMH IIPH
npuMenennu QpyHknuu Boiita i aHamusza acmm-
MeTpuyHOro Makcumyma 002.

Ananus mudpariuonasix MakcumymoB 002 06-
pasioB ¥B-4 u ¥YB-5 mo u mocne ymameununs CuKa,-
COCTaBIAIONIEN TOKA3aJ, YTO KAK 110 KOMIIOHEHTHO-
My cocTaBy (MEKCIIO€BBIM PACCTOSHUIM), TAK U II0
pasmepam OKP, nonyduenubie qaHubIe OJU3KH.

Taxum o6pasoM, IpOBeJEHHbIE HCCIETOBAHHUA
IIOKA3aJIH, YTO IIPU PEHTTEHOCTPYKTYPHBIX HCCIENO0-
BaHHUAX MAaTepPHAJIOB, XapaKTEPUIYIOIIUXCA 00/Ib-
10 TVIyOHHOM MPOHUKHOBEHHS PEHTTEHOBCKHUX JIy-
e, He0OX0IUMO OTPAHHYNBATEH TONIIUHY 00HEKTa
HCCIIeZIOBaHUA Ay 00ecliede s BBIMOTHEHUS YCI0-
BUA CAMO(OKYCHPOBKKH BceM o00beMoM o00pasiia,
dopMupyoImEM U pPariPpOBaHHBIN IIyYO0K.

IIpu amamuze npodmia acUMMETPHUYHBIX IH-
dpakuonasix MakcumymoB 002 yriepomHOTO BO-
JIOKHA TIPEJIIIOYTHTEIBHO PA3JIOKeHNe dKCIIePUMEH-
TAIBHO ITOJYYEHHOTO MAKCHMyMa HA KOMIIOHEHTHI,
omuchiBaeMbie Qyukiuamu ['aycca winm Boiita. 910
II03BOJIAET IOJIyYUTh HOBBIE JAHHBIE O TOHKOH (Te-
TEPOTEHHOH) CTPYKType MaTrepuaia, KOoTopas BO
MHOTOM OIIpeJessieT €ero (QU3UKO-MeXaHHYECKHe
CBO¥CTBA ¥ HAMbOOIEe YYBCTBUTEIbHA K N3MEHEHUIO
YCIOBUH MOTyIeHUS.
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BOCCTAHOBJIEHUE CTPYRTYPbI AMOP®HBIX
N YACTNYHO KPUCTAJI/IMYECKHUX CII/IABOB
C IIoMomblO KPUOTEPMOIIMKJINPOBAHU A
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CosaHre HOBBIX TEXHOJIOTHH BKII0YAeT PaspaboTKy HOBBIX MATEPUATIOB, CPEH KOTOPBIX BbI/e-
JISTIOTCSL KOMIIO3UTHBIE aMOP(HO-HAHOKPHCTAIINIECKAE MATEPUATIBI, XAPAKTePU3YIOLIUECs YHU-
KaJIbHOM KOMOWHAIIVEH MarHUTHBIX ¥ MEXaHUYECKUX CBOMCTB (IIOC/IEAHNE BKIOUYAIOT BHICOKHE
IIPOYHOCTD, TBEPAOCTH, UBHOCOCTOMKOCTH U p.). OIHAKO IOTEHITHAIBHBIE BO3MOKHOCTH HUCIIOJb-
30BaHUSA TAKAX MATEPHAJIOB OTPAHUYEHbI, IIOCKOJIBKY JasKe IIPH KOMHATHON TEMIIEPATYPe CPaB-
HUTEJIBHO OBICTPO IIPOMCXOAUT UX OXPYIMHBAHHE (IOTEPS IUIACTUIHOCTH), KOTOPOE He MOKET
OBITH BOCCTAHOBJIEHO IIyTEM TepMOOOpPaboTKM aMOpP(HON (hasbl. Y CTAHOBIEHO, YTO ILIACTHY-
HOCTH MOKHO BOCCTAHOBHUTb, IPHMEHI TEPMOIIUKIHPOBAHYE B HHTEPBAIIE MEK/LY TeMIIepaTypa-
mu xuakoro asora (77 K) u komuarnoii (295 K). 9tor npomecc 06paboTKy, IOIydHUBIINNE HA3BA-
HUEe «OMOJIOMKeHHe» (rejuvenation), OKasayics MPUEMIIEMBIM TOJIBKO IS MACCHBHBIX 00PAasI(OB,
nonyyaeMmbIx B Buie crep:kHeit. OH HempurofeH A7A 00pasiOB B BHIE JEHT TOJIIMHON
20 — 50 MEM (@ MUMEHHO B TAKOM BH/E IIOJIy4ar0T aOCOIIOTHOE OOJIBIIHMHCTBO aMOP(HBIX CILIA-
BOB). B pabore mpecrasiena MoIepPHA3UPOBAHHAS METOAUKA 00paO0TKH TAKHUX 00pA3II0B aMOp-
(bHBIX ¥ YACTUYHO KPUCTAIUIMIECKHX CILIABOB C IIOMOIIBI0 KPHOTEPMOIUKINPOBAHMS, T03BOJIs-
0II[as1 BOCCTAHABIUBATE aMOP(MHYIO CTPYKTYPY U IIACTUYHOCTh TOHKHX JIEHT. PeHTreHorpaMmMsal
MpeJBAPUTETHHO OTOMUKEHHBIX mpu Temmeparype 170°C JeHTOUHBIX 00pasIOB CIUIABa
Alg;NigGd; ¢ momeit HaHOKpUCTAIHMIECKOH (hasbl, He mpessitaornei 10 %, 1o u mocie HeCKo-
JIBKUX TI0C/IEI0BATEIBHBIX [IUKIIOB «OXJIAMKEHIEe — HATPEB» MOKA3aJIH, YTO C YBEIMIEHUEeM KOJIH-
YecTBa IMKJIOB JI0 IBYXCOT aMOp(HAadA CTPYKTypa HUCXOMHOro 06pasiia MOKeT ObITh ITOJTHOCTHIO
BOCCTaHOBJIEHA.

KaroueBnie cioBa: aMopdHbIE MaTepHAIbl; BOCCTAHOBIEHHE CTPYKTYPBI; KPUCTAIIU3AIN;
TEPMOIUKIMNPOBAHKE; KprooOpaboTKa.

RESTORATION OF THE STRUCTURE OF AMORPHOUS AND PARTIALLY
CRYSTALLINE ALLOYS USING CRYOGENIC THERMOCYCLING
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Creation of the new technologies includes the development of the materials, among which composite
amorphous-nanocrystalline materials, characterized by a unique combination of the magnetic and me-
chanical properties (high strength, hardness, wear resistance, etc.) hold a specific position. However, their
potential application is limited due to the loss of plasticity (embrittlement) which occurs relatively soon
even at room temperature and cannot be restored by heat treatment of the amorphous phase. The plastic-
ity can be restored when thermocycling is carried out in a temperature range between the temperature of
liquid nitrogen (77 K) and room (295 K) temperature. This process dubbed “rejuvenation” turned out to
be acceptable only for bulk samples obtained in the form of rods etc. and appeared to be entirely unsuited
for ribbon samples with a thickness of 20 — 50 pm (i.e., the thickness of the absolute majority of amor-
phous alloys currently obtained). We present a modernized method for processing thin samples of amor-
phous and partially crystalline alloys using cryogenic thermocycling, which provides restoration of the
amorphous structure and ductility of the samples. X-ray diffraction patterns of tape samples of Alg;NigGd;
alloy annealed at 170°C with a fraction of the nanocrystalline phase not exceeding 10% before and after
several successive cooling-heating cycles show that with an increase in the number of cycles up to two
hundred the amorphous structure of the initial sample can be completely restored.

Keywords: amorphous materials; structure restoration; crystallization; thermal cycling; cryogenic
processing.
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BBenenune

Cosmanre HOBBIX TEXHOJIOTHEH 6asupyercsi Ha
paspaboTKe HOBBIX MATEPHUANIOB, UYTO, B CBOKI OYe-
pens, TpebyeT ucCIe0BaHUs IIPOIIECCOB, TPOTEKA0-
[AX B MaTepuaiaX MpPU Pa3IAIHBIX BHEITHUX BO3-
IEeHUCTBUAX.

B mocremnue rombl Hambogee aKTHBHO HKCCIIE-
OYIOT KOMIIO3HTHBIE aMOpP(HO-HAHOKPHUCTAJIAYE-
CKHEe MATepPHANIbl, XAPaKTEPHUYIOIIHECT YHUKAIb-
HOUM KOMOWHAI[WMell MAarHUTHBIX ¥ MeXaHUYEeCKUX
cBoiictB [1 - 7]. Cpenu 1mociienHUX BBIIEINM BBICO-
KHe IIPOYHOCTh, TBEPIOCTh, U3HOCOCTOMKOCTD U [p.
K comxanennio, moreHIuaabHble BO3MOMKHOCTH HC-
MTOTb30BAHMSA TAKUX MATEPHUAJIOB OTPAHWYEHBI, I10-
CKOJIbKY Jaike IIPH KOMHATHON TeMIlepaType Cpas-
HHUTEJIbHO OBICTPO MPOMCXONUT HUX OXPYIYHBAHUE
(moreps IJIACTHYHOCTH), KOTOpas HE MOMKET OBbITh
BOCCTAHOBJIEHA IIyTeM TepMO00OpaboTKM aMOpHOH
daswr. Boccranosiienre mIacTHYHOCTH C IIOMOIIBIO
WHTEHCUBHOU IIIacTudecko medopmarimu [8 — 10]
TakKe He IPUBEJIO0 K B3aMETHBIM pPe3yJIbTaTaM.
Opmako OOHAPYMKUAM, YTO ILUIACTHYHOCTH MOKHO
BOCCTAHOBHUTDH IIPM MPOBEIEHHH TEPMOIIMKINPOBA-
HHSI B HHTEPBAJIEe MEKAY TEMIEPATYyPaMH KHUIKOTO
azora (77 K) u xomuarsoit (295 K) [11 - 13]. 9ot
MIPOITECC IOIYUHJI HA3BAHUE «OMOJIOKEeHue» (rejuve-
nation).

TepM006pPabOTKY € TIOMOIIBI0 TEPMOIIUKIUPOBA-
HUA TPUMEHSI0T K CAMbIM Pa3HBIM KpHUCTAJIAYe-
cKMM MaTepuanzaMm. [Ipu sToM, KaK IIPaBUIIO, IIPOUC-
XOMIAT 3aMEeTHbIE U3MeHEeHUsd MOP(OIOTHH CTPYKTY-
PbI, pasMepa CTPYKTYPHBIX COCTABIAIOIINX, a B Psjie
cinydyaeB — u (pa3oBOrO cocTaBa. ¥y CTAHOBIEHO, UTO
TEePMOIUKINPOBAHKE 00PasIioB 13 aMOP(HBIX CILIA-
BOB B TPAJIUIMOHHOM MHTEpPBAJE TeMIeparyp (Mex-
Iy KOMHATHOM ¥ TOBBIIIEHHON TeMIiepaTypaMmu) He-
n30€:KHO IPUBOIUT K Jerpaganuu amopgHOH (asbl
¥ TIOCTEIEHHOM ee Kpucraymnsanuu. [losToMy B Ka-
YecTBe HUKHEH IPAHUIILI HHTEPBAJIA BHIOPAIN TeM-
[eparypy sKUIKOTO a30Ta, MPEeJIoaaras, YTo B Ipo-
1ecce TMOZOOHOTO KPHOTEPMOLMKINPOBAHUSI B He-
OIHOPOAHON amMOp(HOI (hase MOKET IIPOHUCXOIUTH
M3MEHEHWe CTPYKTYPhI 34 CYET YBEIWYEHUS OJU
U30BITOYHOTO CBOGOIHOrO 06beMa, 00yCIOBIEHHOTO
3HAYUTEIbHBIMA BHYTPEHHUMH HANPIKEHUIMU
[11]. Beuto obHapy:xeHO, YTO IOCae TAKOH 06paboT-
KH, HaIIpUMep, MacCHBHbIe 00pasIiibl U3 aMOP(HOro
cunaBa ZrssCugpAl;oNis cramoBummcs 6ornee muia-
CTUYHBIMH, OJJHAKO M3MEHEHHUH CTPYKTYPhI He (PUK-
cupoBanu [11]. [lonyueHnble pe3ynbTaThl YKa3bIBa-
JIM Ha BO3MOKHOCTH IPUMEHEHHUS MeTona KpHUoTep-
MOITUKJIUPOBAHUS [[JIT BOCCTAHOBJIEHUS HE TOJIBHKO
CBOWMCTB, HO U CTPYKTYPbI MaTepuasa, COOCTBEHHO U
oIIpeseaioIel 5TH CBOMCTBA.

[TepBoHaUaNBHO P KPUOTEPMOITUKINPOBAHNUT
HCIIOJIb30BATH MACCUBHBIE 00pasiibl U3 aMOPQHBIX
CIIaBOB B (OpME CTEpIKHEH, MMOJIyUeHHbIe IIPH 3a-

KaJIKe pacIijiaBa ¢ OTHOCUTEIHHO HeOOJIBIIION CKOPO-
crero oxnamgenus (10% — 104 K/c) [11]. Oxraxko Ta-
KHM CIT0COO0M MOJKHO TOTOBUTH 00pAa3Ibl M3 CPABHU-
TEeIbHO HEMHOTHX CIIJIABOB, HMEIOIUX BBICOKYIO
CKJIOHHOCTD K CTE€KJIOBAHUI0. AGCOTIOTHOE OOIBIITIH-
CTBO 00pasIioB u3 aMOpP(HBIX CILIABOB IIOJIy4YalOT
CKOPOCTHOH 3aKaJIKO¥ paciuiaBa (CKOPOCTb OXJIAMK-
neaus — ~108K/c) B Bume meHT TommuHOH 20 —
50 MKM, KOTOpbBIe MpPH KPHOTEPMOIIMKIUPOBAHUN
JIETKO THyTCA. B ciyyae oxpyrmyuBaHus WX IIPH W3-
rube OdYeHb CJIOKHO TIPEIOTBPATUTH pa3pyIlIeHue
obpasia. ITo 03HAYAET, UYTO B Ipoliecce 06paboTKu
dopma obpasma moKHA OCTaBaThCA HEH3MEHHOM.
ITockombKy mpH TEPMOIMKIHPOBAHUN MEHIIOTCS
CTPYKTYPHBIE XapaKTepHCTUKKM obpasma (B dyact-
HOCTH, MOP(OJIOTHSI YACTHI]), IIPH KPHOoOpaboTKe
aMOP(HBIX WM YACTUYHO KPUCTAIIUIYECKUX CILIa-
BOB BJKHO HE JIOMYCTUTH PA3BUTHS IIPOIIECCOB KPH-
CTAJTU3AIMN, & B Weajlle — BOCCTAHOBUTH HCXO]I-
HYI0 aMOP(HYIO CTPYKTYPY.

Ilensp paborel — paspaboTEa METOma KPHUOTEp-
MOITUKJIMPOBAHNS, KOTOPBIA MOKHO HWCIIOIB30BATH
IIJIsT BOCCTAHOBJIEHHUS aMOP(HOH CTPYKTYPHI U ILIa-
CTUYHOCTH TOHKHUX JIEHT W3 aMOP(HBIX ¥ YACTUYIHO
KPHCTANTMYECKUX CILIABOB.

MarepuaJuabl, METOIBI, 000PyZOBaHIE

JIeHThI aMOP(HBIX CIIJIABOB HA OCHOBE AJIOMU-
HUS HOMHHAIBHOTO cocraBa Alg;NigGds momyuanu
MEeTOIOM CKOPOCTHOI 3aKaIKK pacIiiaBa Ha ObICTPO-
IBH:KYyIIeHcs TOaIokKe (Tommunaa teHT — 30 MKM,
mupuHa — 1 cm). O6pasisr o6padbaThiBAIN 10 He-
CKOJIBKHM CXE€MaM KPHOTEPMOIMEINPOBAHUS: OXJIAK-
IeHre B KpHUoCTaTe C JKUIKUM a30TOM W 3aTeM BbI-
IepIKKa IpH KOMHATHOM TeMmIlepaTrype Ha BO3AyXe,
TO K€ ILII0C HATPEB TEILIbIM BO3AYXOM C IIOMOII[bIO
tena wrm B kunsamed Boge. IIpogomxuTensHOCTD
BBIZEPIKKY IIPU TeMIIepaType KUAKOTO a30Ta U KOM-
HaTHOH (MM TIOBBINIIEHHOM) TEMIIepaType B Pa3HBIX
sKcriepuMeHTax MeHanachk ot 0,5 mo 3 MmuH, Koaude-
CTBO IUKJIOB 06paboTku cocrasusaiao 30 — 200.

Ha puc. 1 mokasana cxema 06pabOTKU I CILy-
Yasg TEPMOIIUKJINPOBAHUSA C BBIIEPKKOM MPU KOM-
HaTHOU TeMIlepaTtype.

Yro6pl 00ecrmednTh BO3MOKHOCTH IOJIHOIO IIO-
rpy:keHus obpasiia B KUAKUN a30T 0e3 maruba, wc-
TIOTb30BAJIA CIIEI[UAIBHBIN JIep:KaTelb C TI'Py30M
(puc. 2). Merannuyeckuii crakaH rpys3a 3 3axpern-
AW HA CTAIbHOM NpoBoJokKe I (guaMerp mpoBO-
smoru — 2 mm, gauHa — 70 cm). BHyTps crakana sa-
KJIaJbIBAIIN TIOATOTOBJIEHHBIN 3apaHee «KOHBEpPT» 2
¢ obpastom. IlockonbKy ¥ HarpeB, W OXJIaKIeHUE
IOJLKHBI TIPOXOIUTH OYeHb OBICTPO, CTAKAH M «KOH-
BepT» HU3TOTABAUBAIM W3 MaTepHaia C BBICOKAM
K03 (pUITHEHTOM TEIIONPOBOAHOCTH (B HAIIIEM CIIy-
yae — agioMHuHUA). BHyTpeHHUiT quaMerp cTakaHa
cocraBiaa 1,5, mianHa — 5 ¢M, TOJIIHHA CTEHOK —
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Puc. 1. Cxema KpHOTEPMOLUKINPOBAHNS B TEMIIEPATYPHOM
unrepsaiue 77 — 295 K

Fig. 1. A scheme of cryogenic thermocycling within a tem-
perature range of 77 - 295 K

3 MM, TOMIIMHA ATIOMHUHUEBOH (POIBTY — MaTepua-

sa «koHBepTa» — 11 mm. Pasmepsr 06pasifoB Baps-
WPOBAJIH B CIEAYIONINX mpeaenax, cMm: 0,5 — 1 — mm-
puna, 0,7-3 — npnuna. Pazmepnr «koHBepTa» —
1,3 X 3,5 cMm.

JlmurensHOCTE TIpoIecca 06paboTKH 3aBmcenna
OT CKOPOCTeH HarpeBa 0 3aJaHHON TeMIepaTypbl
¥ U3MeHEeHUs CTPYKTYpbl B o0meme obpasia. Tewm-
meparypy o0pasiia, U3BJIEUYEHHOTO U3 JKHUIKOTO a30-
Ta, KOHTPOJIUPOBATIH C IIOMOIIBIO TEPMOIAPHI, KO-
TOpas HAXOAWIACh BHYTPH «KOHBEPTa» W Kacaiach
obpasia.

IIpu TepMOIUKINPOBAHUH C TIOTPYKEHUEM CTa-
KaHa ¢ 00pasIoM B JKUAKUH a30T U 3aT€M €CTECTBEeH-
HBIM HATPEBOM HA BO3JyXe OKA3aJI0Ch, YTO HATPEB
MPOUCXOJUT HEJOCTATOYHO OBICTPO, IOSTOMY B
JAJbHEHINeM CTAKaH O0AyBaIH TEILIbIM BO3IyXOM
€ TIOMOIIBIO (peHa. JTO IMO3BOJIAI0 HATPETH 00paserr
1m0 20 — 30 °C sa npumepsno 30 c. [Ipumensanu Taxxe
HArpeB B KWIIIEH Bome (mep:karenb ¢ o6pasiom
BHAYAJIe MOTPY:KalIN B KPHOCTAT C JKUIKMM a30TOM,
a 3areM — B cocyq ¢ kunarkom). [Ipu Takoir o6pa-
60TKe CTaKaH IIOJHOCTHIO B3AIIONHSIJICI KHUIISIeH
JKHUIKOCTBIO, TAK YTO OXJIAKIeHNe U HATPeB o6pasia
MIPOXOUIN MaKCUMAIBbHO ObICTPO (He Gomee 10 c).

HsmeHeHnune CTPYKTYpBI 00pasiioB KOHTPOIHUPO-
BaJIy METOJOM PEHTreHOTpauu, IJIA Yer0 HUCIONIb-
sopanu gudparromerp Siemens D500 (CoKa-usiy-
yenwne). [Ipu peHTTeHOCTPYKTYPHBIX UCCAETOBAHUAX
MPUMEHSITH CIEeIAalIbHbIE TIOMJIOKKH, HE NA0IIHe
cobcTBeHHBIX oOTpakeHuil [14]. Pentrenorpammsbi
CHUMAJIY TPU KOMHATHOU TeMmIepaTrype Iocie 3a-
BEpIIEHHWS MPOoIecca KPHOTEPMOIIUKIUPOBAHUA.
XpaHUBIITHECT B KUTKOM a30Te 00pasIlbl U3BIEKAIH
HETIOCPEJICTBEHHO Tepe]] HAYaIOM CheMKH.

OG6cy:xnenue pe3yabTaTOB

HccnemoBanu 4acTHYHO 3aKPUCTAIM30BAHHBIE
obpasibl amopduoro criasa Alg;NigGds, mmerorero
BBICOKHE IIPOYHOCTHBIE Xapakrepucturu [15, 16].

Puc. 2. Jlepxarens obpasmos: 1 — 2——
CTaJbHAasd IIPOBOJIOKA; 2 — MeTalIude-
CKHH KOHBEPT U3 TOHKOH (POIbIHU, KyAa
romeInanau obpaserm; 3 — MeTannIUde-

CKHH CTakaH

T RO OO O
AR A,

§

Fig. 2. Sample holder: 1 — steel wire;
2 — metal envelope from thin foil for

Ina dopMupoBaHus YACTHYHO KPHCTALTHIECKON
CTPYKTYPhI MCXOMHBIE aMOP(HbIe JIEHTHI TI0JIBepra-
M W30TEPMUYECKOMY OTIKUTY IIPH TeMIlepaType
170 °C B Teuenue 14, 3aTeM OCYIIECTBISIN KPHO-
TEPMOITUKINPOBAHMUE.

Ha puc. 3 mpusenena perTrenorpamMva odpasiia
0 u mocie Kpuorepmorukaupopanus (200 1iukiIos
MIPOIOJIKUTEIBHOCTBI0 3 MUH KAMKIBIH, CTPEIKaMU
OTMEYeHBbl OTpPaKeHWs OT HAHOKpHUucTamoB Al).
Bugmno, Yro oOCHOBHAA CTPYKTypHAS COCTABIIS-
omas — amopduas ¢asa, OJHAKO BepIINHA MAakK-
cuMyMa 3a0CTpPeHa, YTO YKA3bIBAeT Ha HaIudue
KPHUCTANINYECKUX BhIfeeHni B Hell (kpuBasd 1). Ha
Bpe3Ke — IIpuMep pasioikeHud Ha nuddysuyio (or
amMopdHOH (paswl) U TUPPAKITUOHHYIO (0T KPUCTAI-
JIOB aJIOMHUHUA) cocTaBjAmoue (0e3 yuera oTpaske-
uua (200) Al). ITocae KprOTEPMOLUKINPOBAHUSA HH-
TEHCUBHOCTH MU(PAKIMOHHBIX OTPAKEHUH yMEHb-
[IAEeTCSA, YTO CBUAETENHCTBYET O CHHMKEHUU [OJIU
KPHUCTAINYECKOH (hasbl B 00pasIie, T.e. BOCCTAHOB-
JIeHnH aMop(HOoi cTpyKTyphbl. CTeleHb BOCCTAHOB-
JIEHWS 3aBUCHT OT JJTATEIHLHOCTYA KPHUOTEPMOIIMKIIN-
POBAHWS U JI0JU HAHOKPUCTAILIMIECKON COCTABIISIIO-
e 10 Hayaia 00paboTKH.

Ha pwuc. 4 nokasano nsmenenre OpMbI MAKCH-
MyMa B 3aBHCHMOCTH OT KOJHUYECTBA I[UKIOB TEPMO-
UKJIAPOBAHUS.

ITocne MUHUMATBHOTO KOIMYECTBA IIHKJIOB 00-
paborku (kpuBas 1) peHTreHorpammMa obpasiia Mma-
JI0O OTJIMYAETCS OT PEHTTEHOTPAMMBI OTOKIKEHHOTO
cunasa (kpuBad 1, cM. puc. 3). OmHaKo 1Mo Mepe yBe-
JUYeHus UHUKIOB (KpuBbie 2 U 3) MHTEHCHBHOCTH
OTPaKEHHST OT HAHOKPUCTAJLINYECKOM (pasbl CHUKA-
ercsa. Ilpu pocre IPOmOIKHATEIBHOCTH 00pPaOOTKH
crnasa Alg;NigGd; ¢ moneit HAHOKPUCTAIIUIECKOM
daser, me mnpesbimaromei 10 %, mo 200 nuMKIOB
aMop@Hasa CTPYKTypa MPaKTUIECKH HOJHOCTHIO BOC-
CTAHABINBAETCS.

3axJaroueHue

IIpoBenenHbie wuccieqOBAHUA IIOKA3ATH, YTO
BO3MOKHO BOCCTAHOBJIEHUE aMOP(HON CTPYKTYPHI B
YACTHYHO 3aKPUCTAIIIN30BAHHBIX 06pasiiax ¢ moMo-
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Puc. 3. Penrrenorpamma o6pasiia U3 0TOKKEHHOTO CILIaBa
Alg;NigGd; o (1) u ocie (2) KPHOTEPMOIUKINPOBAHIA

Fig. 3. X-ray diffraction pattern of annealed Alg,NigGdy
sample before (1) and after (2) cryogenic thermocycling

IIBI0 MeTOofa KpHUoTepMoIuKaIupoBanusa. Ha ocHo-
BaHWM TIOJIyUEHHBIX JAHHBIX MOJAEPHU3UPOBAHA
MeToAuKa 00pab0TKH aMOP(HBIX M YACTHIHO KPH-
CTAJTMYECKUX CIIABOB B PA3HBIX TEMIIEPATYPHBIX
uHTepBaiax. I[IpemIoKeHHbId IOAXO0A II03BOJIIET
OCYIIIECTBIATh KPHUOTEPMOITUKINPOBAHHE TOHKHUX
(trommuuaa — 20 — 50 mrm) JgeHT 6e3 usruba. Ycra-
HOBJIEHO, 4TO 00pa00TKa TOHKHX JIEHT M3 YACTHUYHO
kpucraindeckoro cmaasa Alg;NigGd; metomom
KPHOTEPMOITUKITHPOBAHUA JAaeT BO3MOKHOCTH BOC-
CTAHOBUTH aMOP(HYI0 CTPYKTYpPy ¥ ILIACTUYHOCTD
obpasmos. I[lpum sTOM cCTremeHb BOCCTAHOBIIEHUS
aMOpP(MHON CTPYKTYPHI 3aBHCHUT OT JIHUTEIHLHOCTH
KpH006paboTKH.

dunaHcupoBaHUe

Pabora BbIlONHEHA B paMKax ToC3aIaHUA
UPTT PAH.
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KOHTPOJIb ITPOITECCOB CTAPEHUA MOTOPHBIX MACEJI
TI0 U3BMEHEHHIO NX OIITHUYECKHUX CBOVICTB

© BoaecnaB UBanoBuu KoBanbckuii, Banepuit UBanosnu Bepemarus,
BadecnaB 'emnanbeBuu lIpam®, I0puit Hukonraesuu Be36opoaos,
Anexcanap Hukomaesmd COKOJIBLHHUKOB

Cubupckuit dpenepanbubiil yuusepcurer, Mucruryr Hedru u rasa; Poccus, 660041, r. Kpacuospcek, np. CBoboxgusri 82, crp. 6;
*e-mail: shram18rus@mail.ru
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Ipunama k nybaurayuu 24 uwoas 2019 e.

O,Z[I/IH U3 OCHOBHBIX KPHUTEPHEB 3aMEHbI MOTOPHOI'O Macia IIPHU 9KCILIyaTalluu aBTOMO6I/IJIH —
ero mpober. Bmecre ¢ Tem mpobiemMa KOHTPOJIS COCTOSHMS PabOTAIOIero Macia BBUAY OTCYT-
CTBHS CPEJICTB KOHTPOJIA HA NPENPHUATHAX U CTAHITUSIX TEXHUYECKOTO 00CIIY/KUBAHNS AKTYAIb-
Ha. [Ipencrasnens pesyabrarsl UCCAE[OBAHNA CHHTETHYECKIX MOTOPHBIX Macea Ravenol 5W-40
SN/CF u Mobil 1 New Life 0W-40 SN/SM/SL/SJ ¢ mpumeHeHreM (hOTOMETPHIECKOTO yCTPO-
CTBA, TIO3BOJIAOIIETO OCYIIIECTBIATH MpsiMoe (poToMeTprupoBanue o6pasios. [Ipenmoxen MeTon
KOHTPOJIA HHTEHCHBHOCTH IIPOIIECCOB CTAPEHMNS, BKIIOYAIOIIHI OIIpeje/ieHre IPUPAIEHN CKO-
PpOCTH W3MeHeHHs KO3(p(PUIMeHTa IOIVIOIIEHNS CBEeTOBOIO ITOTOKA B 3aBHCHMOCTH OT mpobera
aBromoGmist. [TokasaHo, 9To mIpoIece CTapeHHs MACIa HOCUT HeCTAOMIBHBINA XapakTep. OTO BbI-
3BaHO 00pa30BaHHEM IIPOAYKTOB CTAPEHHA DPA3IIIHON ONTHYECKOU ILUIOTHOCTH U HHEProeM-
KOCTH. ¥ CTAHOBJIEHO TAKJKe, YTO HHTEHCHBHOCTD IIPOLIECCOB CTAPEHS 3aBUCHT OT YCJIOBUH U pe-
SKMIMOB DKCIUIYATAIMH JIBUTATEIsA, €r0 TEXHUIECKOTO COCTOSHUS ¥ IIPOM3BOMUTEIHHOCTH CHCTE-
MBI ouncTEr. Ha OCHOBE IOMIyYeHHBIX JaHHBIX COENAH BBIBOJ 06 3)(DeKTUBHOCTH IPUMEHEHUS
MIPEJIOKEHHOTO METO/a KOHTPOJISA COCTOSHUSA MOTOPHBIX MAcCell B IEPHOJ SKCIULyaTalUH JBIra-
Telell W TOATBEPIKIeHA WHIWNBHUIYAIHLHOCTH IPOIECCOB CTAPEHUs, MHTEHCHBHOCTH KOTOPBIX
MOJKHO OIIEHHBATh IPUPAIIIEHHEM CKOPOCTH U3MEHEHU K0a(phUIIMeHTa TIOTIOIIEHHUs CBETOBOTO
IIOTOKA B 3aBUCHMOCTH OT IIpobera aBTOMOOHIIA.

KiroueBnie cioBa: KOB(i)d)I/II_II/IeHT TIIOTJIOIIIEHHA CBETOBOI'O ITOTOKA; OIITHYECKAd IINIOTHOCTD,
Hp06er aBTOM06I/IJIH; IIpupaleHrne CKOpoCTu CrapeHusd Mmacia.

MONITORING OF AGING PROCESSES IN MOTOR OILS
BY CHANGING THEIR OPTICAL PROPERTIES

© Boleslav 1. Kovalsky, Valery I. Vereshchagin, Vyacheslav G. Shram?*,
Yury N. Bezborodov, Alexander N. Sokolnikov

Siberian Federal University, Institute of Oil and Gas; pr. Svobodny 82, str. 6, Krasnoyarsk, 660041, Russia;
*e-mail: shram18rus@mail.ru
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Mileage is one of the main criteria for replacing engine oil during car operation. At the same time, the
problem of timely monitoring the state of working oil due to the lack of control at enterprises and service
stations remains an urgent challenge. The results of studying Ravenol 5W-40 SN/CF and Mobil 1 New Life
O0W-40 SN/SM/SL/SJ synthetic motor oils using a photometric device which allows direct photometric
measurements of samples are presented. A method intended for control of the intensity of aging processes
is proposed, including determination of the increment in the rate of change in the absorption coefficient of
the light flux as a function of the vehicle mileage. Aging of the oil is shown to be an unstable process which
is attributed to the formation of aging products of different optical density and energy intensity. It is also
shown that the intensity of aging depends on conditions and operating modes of the engine, technical con-
dition and performance of the cleaning system. The proposed method for monitoring the condition of mo-
tor oils during engine operation is proved to be effective. The individual character of aging processes is
proved, the intensity of aging can be estimated by the incrementing rate of change of the light flux absorp-
tion coefficient depending on the vehicle mileage.

Keywords: absorption coefficient of the light flux; optical density; car mileage; increment of the oil aging
rate.
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SaBI/ICI/IMOCTI/I IIpupameHnusa CKOPOCTHU CTapeHus CUHTeTu4e-
ckux Motopubix Macena Ravenol 5W-40 SN/CF (a) u Mobil 1
New Life 0W-40 SN/SM/SL/SJ (6) ot npobera aBToMmoOmIst

Dependence of the increment of the aging rate of Ravenol
5W-40 SN/CF (a) and Mobil 1 New Life 0W-40 SN/SM/SL/SJ
(b) synthetic motor oils on the vehicle mileage

Beenenue

OauH 13 OCHOBHBIX KPUTEPHEB 3aMEHBI MOTOD-
HOTO Macja IIPU SKCIUIyaTaluyd aBTOMOOHII — ero
mpober, BRIpAMKEHHbIH B KuiioMerpax. B mpyrux ciy-
yagx Macji0 MEHSIT 0 00IeMy BpeMeHH ero Hc-
monb3oBanua. OIHAKO pecypc Macia 3aBUCUT OT yC-
JIOBUU W PEKUMOB DKCIIyaTalluy [BUTATEJA, €ro
TEXHUYIECKOTO COCTOSTHUA, CHCTEeMBbl NOJIMBa Macia,
MPOU3BOAUTENHHOCTH CHUCTEMBI (PUIBTPAIIANA U OX-
JasKIeHns, KadecTBa camoro mMaciaa u tomnusa. [lo-
9TOMY YacTO HPOBOAUTCA 3aMeHa IIPUTOTHOTO I
JaTbHEUIero UCIoIb30BaHUA Macia, YTO yBeJIudu-
BaeT JKCIIyaTaIlMOHHbIe U3epKKH [1 — 6].

B mpouecce uccnemoBanuii pazpaboTaHbl Cpef-
CTBA KOHTPOJISI W TEXHOJIOTUU OIIPENEeJIEHUs COCTOS-
HHA pab0OTAIONINX Maces IIPU SKCIIyaTallduy JBUTaA-
Tened [7 — 12], mpeamoKeHbl HOKA3aTeIN COCTOTHUS
MOTOPHBIX MaceJ, BKIIOUAIOIINe TaKue ITapaMeTphl,
KaKk MX KMHeMaTHdeCcKasd BASKOCTh M OITHYECKHe
cBoiicrBa [13 — 15].

ens paborer — paspaboTka MeTOAa KOHTPOJIA
IIPOIIECCOB CTApEHUA MOTOPHBIX Macesj C IpUMeHe-
HHEM (POTOMETPHUH.

Meroamnka, maTepuaibl, 000PyIOBaHHE

HccnemoBanu cuHTETHYECKHE MOTOPHBIE MAacia
Ravenol 5W-40 SN/CF u Mobil 1 New Life OW-40
SN/SM/SL/SJ ¢ ucnonb3oBanuemM (pOTOMETPHIECKO-

IO yCTPOMCTBA, ITO3BOJIAIOIIEr0 OCYIIEeCTBIATh M-
Moe (poToMeTpHUpPOBaHLE 00PA3IIOB.

CyIIHOCTS MEeTOo/Ia 3aK/II0YAIach B CIEAYIOIIEM.
Onrudeckre cBOMCTBA Pad0OTAOIINX Macel KOHTPO-
JIXPOBaA/JI C MOMEHTAa HUX 3ajJInBa B KapTep ABUTaTe-
s 10 3aMenbl. I1po6b! [1J1st aHamusa oTOMpasIu Yepes
pasHble Tpobern aBTOMOOHISA M3 KapTepa ¢ IIOMO-
1bi0 3amepHoro mrymna. Ilpu orbope mpober mpoder
durcupoBamu. OTobpanHyl0 TpPoOy HAHOCHIU HA
oromerpryeckyio KioBeTy (TommuHa (OTOMETPH-
pyemoro cmos — 0,15 mm). Onruyeckue cBoicTBa
OIIEHUBAJIN TI0 KOS(PPHIIMEHTy MOTJIOIEHUA CBETO-
BOTO IOTOKA

K, = (o -y, @)

Iie ¢ — MOHOXPOMATHYECKUH CBETOBOM TIIOTOK,
mafaromui Ha CI0H CMa304HOro Macia (IJIuHa BOJ-
Hbl — 700 HM); @, — CBETOBOH IOTOK, TPOIIEIITHI
yepes cI0U paboTarIero Macia.

Ilo monyuennsim K, ompezenanu mpupaiieHue
cxkopoctu AVy, maMeHeHHUA KOI(P(HUIMEHTA IOTIO-
II[€HUS CBETOBOTO IIOTOKA:

AVigy = (Kyg — Ki))/(Sg - Sv), (2

rme Ko 1 K;;; — kK03 (pUIINEHTHI IOTIONIEHHS CBe-
TOBOTO IIOTOKA IIOCTIEAYIOIEeT0 U IPebIAyIINero aHa-
nu30B; Sy u S; — npobern aBTOMOOGHIA MOCIELYIO-
MUY U TPEIbI YN,

Ilokasarenb AVy, xapakrepusyer mpupaiieHne
CKOPOCTH IIpoliecca CTapeHus paboTaloIero MoTop-
HOTO Macja MeXIy JByMs aHAIHU3aMHU.

O6cy:xaenue pe3yabTaTOB

Ha pwucynke mnpejcraBieHbl pe3yabTaThl WC-
CIIeOBAHMS HHTEHCHBHOCTH IIPOIECCOB CTAPEHUS
MOTOPHBIX Maces B ABuraTese (KaskIbli OIbIT HAYU-
HaJIH II0CJIe 3aJIMBa B KApTEp TOBAPHOTO 06pasra).
Bugro, uTo mporiecc crapeHus HOCUT HECTAOWIh-
HBIHM XapakTep. ITO BHI3BAHO 06pasoBaHUEM B Mac-
JlaX TPOAYKTOB CTAPEHWS PA3IMYHON ONTHIECKOHN
IJIOTHOCTH M 9HEPTrOEMKOCTH (PasHOU CTPYKTYpPHI U
JUTUHBI YTIIEBOMOPOAHBIX 3BeHbEB). PopMupoBanre
6ojiee SHEPTrOEMKHX IPOAYKTOB (C OOIBIINM YHUCIOM
YIJI€BOJOPOAHBIX 3BEHbEB) Tpedyer OOJbIlle Tell-
JIOBOM DHEPTMM W BPEMEHH, IMOSTOMY IpUpAIeHIe
cKopocTu wu3MeHeHus Koa(durmenta K, Oymer
YMEHBIIATHC.

Ilepeceuenne KpUBBIMH OCH OpAWHAT XapakKTe-
pU3yeT CTelleHb 3arpA3HEeHHS MACAAHOU CHCTEMBI
IBUTATEIS IIPY CINBE 0TPA0OTAHHOTO W 3aMEHE €ro
HOBBIM TOBAPHBIM MAacioM (YeM HU:Ke 3HaueHwe,
TeM uyuine cucrema). A mceiaemyeMbIx 00pasIoB
mokasarenn cocraBunau, X10Pxml: 3 mw 2 —
Ravenol, 2,1 u 0,7 — Mobil.
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B HavanbHBIN DEPHO SKCIIyaTAIHN IBUTATENA
npupariienne AVy yBeawuuBaercd 3a cueT o0paso-
BaHUsA TEPBUYHBIX IMPOIYKTOB CTAPEHWs, TPeOyo-
X MHUHAMYM TeIIOBOM »sHepruu. Jmas wmacima
Ravenol npomo/mxrTeIbHOCT HTOTO TIEPUOA COCTa-
Buia 1046 (omsrr 1) u 2460 kM (ombrT 2). OT™MeETHM,
YTO TpPHpAaIeHre B IMEePBOM CIydYae 3HAYUTEIHHO
MEHBIIle, T.e. MPOIECC CTAPEHUd WHIUBUAYAIEH U
3aBUCUT OT YCIOBUH U PEKUMOB SKCILIYyaTAINH [BU-
rares.

C yBenmuenmeMm mpobera poOCT NPHUPAIEHHUA
AVy, samemisercsa u3-3a 00pa3oBAHUSI BTOPHYHBIX
MIPOAYKTOB CTApeHus, TPeOymIux 00JbIIero KOJIu-
yecTBa TEIUIOBOM sHepruu. l[IpomomxuTenbHOCTD
aroro yudactka — 8700 u 6500 KM COOTBETCTBEHHO.

Hanbuefiuit poct mpobera aBTOMOOHIS BBI-
3bIBAET 3HAYUTENbHBbIE KOMCOAHUSI MPUPAIICHUST
ckopoctu. Ilocme 8500 km (ombiT 2) AVy, umeer
Jaje OTPHUIATENbHbIE 3HAYEHWS, YTO BBI3BAHO JI0-
auBoM Macna. Takwme KomebaHuWs CBA3AHBI C Tiepe-
pacrpesieieHHeM TEIUIOBOM SHEPTUM MEKIy Iiep-
BUYHBIMA W BTOPWYHBIMH MPOAYKTAMH CTAPEHUs,
a TakKe BIMIHHEM CHCTEMbI OYHCTKH, KOTOPAs OT-
(puIBTPOBBIBAET BTOPHYHBIE IIPOAYKTHI, OCBETJIASI
Macyio u yMmeHnbinas Koadgumument K, (TeM caMmbiM
YMEHbINAasd MpHUpalleHne CKOPOCTH IIPOI[ECCOB CTa-
perus AVy.). Ha mauanbuom stame (mo 1046 u
2460 KM) POCT KOHIIEHTPAITUH TIEPBUYHBIX IPOAYK-
TOB BBI3bIBAN yBeiaudeHue AVy,, TOCKOIBKY CHCTe-
Ma (PUIBTPAIINH UX He 3a/IepP:KuBaa.

Jlna macma Mobil Takike xapakrepHbl Kojeba-
uusg AVy,, BbI3BaHHBbIE TEpepaclpeeIeHHeM Tel-
JIOBOM SHEPTHU MEKIy NPOAYKTAMH CTapeHus U
BIIMSTHUEM CHCTEMBI (DHUIBTPAIIMH HA KOd(P(UIIHEHT
TIOTJIOIIEHUS CBETOBOTO ITOTOKA.

C momeHTa 3anMBa B KapTep TOBAPHOIO Macia
(mpober 1o 1100 kM, ombIT 1) IpHUpaleHre CKOPOCTH
Bozpacraio (1o 5,5 - 10° km!) 3a cuer yBenuueHHs
KOHIIEHTPAI[UY IEePBUYHBIX MPOAYKTOB CTApEeHHA.
C pocrom mpobera (mo 3650 kM) xomebanus AVi,
CBA3aHBI C IlepepacipeieieHneM TeIJIOBOH SHePTUH
MEKIy TEePBUYHBIMH W BTOPUYHBIMH IIPOLYKTAMU
cTapeHusd, a TaKKe BIUAHUEM CHCTEMbI OYHCTKH,
Koropas ymenbinaer AVy, BciaencTBre OT(UIBTPO-
BhIBaHUS mocaequux. OTMeTHM, YTO IOHMIKEHUE
AVy. mo myns (mpober 4750 kM) — pesysbTaT mo0-
JWBA Maciaa, a He IepepaclpefieleHus TeIUIOBOH
suepruu. JlampHeiinee yBenwueHue mpobera (1o
9500 KM) COMPOBOKIANOCH TIOCTOSTHHBIM POCTOM
AV, 9TO BBI3BAHO IOBBIIIEHUEM KOHIIEHTPAI[AN
MEPBUYHBIX MPOIYKTOB CTApeHUs (aHAJIOTUYHO Ha-
YaIbHOMY STAILy).

B ombiTe 2 ¢ MoMeHTa 3amuBa TOBApHOTO 00-
pasma (mpober mo 2000 km) AVy, Bospacraio 10
45-10°km!. C yBemmuenmem mpobera (7o
4000 kM) AV, YMEHBIIAIOCH 34 CUeT 00pa30BaAHMSI
BTOPHYHBIX IIPOAYKTOB CTAPEHUA, TPEOYIOIIUX 60Ih-
IIel TeNJI0BOM SHEPTHH M BpeMeHH SHKCILIyaTallun

I TpeoOpa3soBaHMSI IEPBUYHBIX MPOAYKTOB BO
propuunble. IloBropuberi pocr AV, (4000 -
5000 kM) cBA3aH C yBEIWYEHHUEM KOHIIEHTPAIUU
MEPBUYHBIX MPOIYKTOB CTAPEHUS U OTPUIBTPOBBI-
BaHMWEM BTOPHWYHBIX. lIpu mambHeliei sKciuryaTa-
muu asurarensa (mpober 8750 km) AV, mocToaHHO
CHIKAJIOCH (0 HyJIsd).

3axJaroueHue

Ha ocmoBe mpoBefeHHBIX HCCIETOBAHHU JOKA-
3aHa 3 PEeKTUBHOCTD MPUMEHEHHUS IPEIJI0KEHHOr0
MeTo[a KOHTPOJIA COCTOSHUA MOTOPHBIX Macel B IIe-
pHOI SKCILUTyaTallMy OBUTATENeH W HOATBEp:KIeHA
UHAUBUAYAJIBHOCTH IIPOIIECCOB CTapeHHnsd, HWHTEH-
CHUBHOCTH KOTOPBIX MO¥HO OLEHHUTH IIpHPAIlleHHuEeM
CKOPOCTH HM3MEHEHUs KO0d(PUIIMeHTa IOTIOIEeHUS
CBETOBOIO IIOTOKA B 3aBHCHMOCTH OT IIpobera aBTo-
MOOMIIS.
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HNCCJIEJOBAHUE KNHETNKU PASPYIHIEHNUSA
O/THOHAITPABJIEHHOTO JIAMHHATA C IIPUMEHEHUEM AKYCTHUKOM
IMUNCCHUHN U BUAEOPETUCTPAIINN
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HccnenoBan mporecc paspylieHns IAKeTa OJHOHAIPABIEHHOIO JIAMHUHATA IIPHU PACTSIKEHUH
C IIOMOIIBI0 AKyCTHYECKOM HMICCHM W BHeoperucrpanui. VisydeHa KWHeTHKA ITOBPEKIEHUI
¥ paspyLIeHu CTPYKTYPHBIX CBA3€H B OJHOHAIPABIEHHOM JIAMUHATE OT AEHCTBUS PACTITUBA-
0LIel HATPYSKYU C IPUMEHEHHeM AKyCTHIEeCKOH SMUCCUU W CHHXPOHHO BBIIIOJHIEMON BHIEO-
CBEMKH. ¥ CTAHOBJIEHO COOTBETCTBHIE MESK/LY IIPOUCXOSAIIAMI PA3PYIICHUAMY Ha MUKPO-, ME30-
¥ MaKpoMaclITa0HOM YPOBHSX IAKeTa JAMUHATA U PETHCTPUPYEMbIMHE [IPY 3TOM JIOKAIMOHHBI-
MU MMILyJIbCAMHY, UX DHEPreTHIECKIMH TapaMeTpamu, hopMoii 1 crekrpoM. Brimonrero Tectu-
POBaHHE HOBBIX KPUTEPHUAJIIbHBIX ITapaMeTpPOB, UCIIOJIb3yEeMbIX IIPHU aKyCTHKO-OSMHUCCUOHHOM MO-
HUTOPHHIE, BKIYAIOIIUX 9aCTOTy PETrUCTpalui JIOKAIIMOHHBIX HUMITYJIBCOB B OHEPreTU4IeCKuX
KJIacTepax U UX BECOBOE COfIEPIKAHME, & TAKIKE METOIUKY Pa3/eIeHus IOKAIIMOHHBIX UMITYIbCOB
HA KJIACTEPHI C IIOXOKIMHE CIIeKTpamu. IIpensoxeHnble IapaMeTpsl IO3BOMIAIOT KOIUIECTBEHHO
OIIEHHBATH CTEIeHb Pa3PyIIeHHsI CTPYKTYPHBIX CBSI3€H KOHCTPYKIIMOHHOTO MaTepHuaja Ha BCeX
MacITabHbIX YPOBHAX U IPOTHO3UPOBATH OCTATOYHYIO IIPOYHOCTS uafenus. CtpykTypHO-heHo-
MEHOIOTHIECKUH TI0JIX0I, PEAIN3yEeMbIH IIyTeM Pas/elIeHUs BCero MaCcCHBa aKyCTHKO-3IMUCCHOH-
HBIX JJAHHBIX HA SHEPreTHYecKre KIACTephl, II03BOIWI KOHTPOJINPOBATh CTEIIEHDb PaspyIIeHuUs
CTPYKTYpBI MaTepuasa ¢ IPUMEHEHHeM 4YacTOThl PETHCTPAIMY U BECOBOE COEpPIKAHWe JIOKa-
[MOHHBIX UMILyJIBCOB B KJIACTEPAX HIIKHETO, CPEJHEr0 M BEPXHEI0 HSHEPreTUYECKHX YPOBHEH.
ITyrem comocraBieHusi cOOBITHI AKyCTHUECKOM SMUCCHM, PETHCTPUPYEMBIX HA CTAIMAX HATDPY-
JKEHUT WCIBITHIBAEMBIX 00pasIoB, ¢ KaIpaMy BHIEOCHEMKY MUKPOUCC/IENOBAHNY HAKOIIEHN
TOBPEKIEHUM U pas3pylleHus CTPYKTYPHBIX CBfI3el B ITaKeTe OJHOHAIPABIEHHOTO JIAMUHATA
YCTaHOBJIEHO COOTBETCTBHUE MEKAY IIPOUCXOAAIIINMHU paspylIeHUAMN Ha MUKPO-, M€30- 1 MaKpPO-
MacIITabHOM YPOBHSAX, TeHEPUPYEMbBIMU IPU 3TOM AKyCTHIECKUMU BOJIHAMH U PETUCTPHUPYEMBbI-
MU 1peobpasoBaTeNIMU aKyCTHIECKOH SMUCCHY JIOKAIIMOHHBIMY MMILYJIBCAMHE, UX SHEpreTude-
CKUMU IIapaMeTpamMu, (popMOH U CIIEKTPOM.

KiroueBnie cioBa: O,I[HOHaHpaBJIEHHbIﬁ JJaMUHAT, aKyCTH4ieCKasd sMHUCCHUS, JIOKaIlTUOHHbIEC M-
IIyJIbChI; D9HEePpreTUu4eCKrue KIacCTepbl; BEeCOBOE COAePKaHNEe; YaCTOTa perucCrpaliiu; BUJeOCbeMKa.

STUDY OF THE FRACTURE KINETICS OF A UNIDIRECTIONAL LAMINATE
USING ACOUSTIC EMISSION AND VIDEO RECORDING
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Mechanical Engineering Research Institute of the Russian Academy of Sciences, Maly Kharitonyevsky per., d. 4, Moscow,
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The kinetics of fracture of structural bonds in a unidirectional laminate package under the effect of tensile
load is studied using acoustic emission (AE) combined with video recording. A correspondence between
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the fractures occurred at micro-, meso-, and macroscale levels of the laminate package and the location
pulses thus recorded, their energy parameters, shape and spectrum is determined. Data on testing of the
new criterion parameters used in acoustic emission monitoring, including the frequency of registration of
location pulses in energy clusters and their weight content, as well as the methods providing separation of
location pulses into the lusters with similar spectra related to the same or similar types of acoustic emis-
sion events are presented. The proposed parameters and structural-phenomenological approach imple-
mented through dividing the entire array of acoustic-emission data into energy clusters make it possible to
quantify the degree of destruction of structural bonds of structural material at all scale levels and predict
the residual strength of the product. Fusion of the acoustic emission events recorded at different stages of
specimen loading and images of video recording of damage accumulation and fracture of the structural
bonds in a unidirectional laminate package revealed the a correspondence between the fracture of the
composite occurred at micro-, meso- and macro-scale levels, acoustic waves thus generated and location
pulses, their energy parameters, shape and spectrum.

Keywords: unidirectional laminate; acoustic emission; location pulses; energy clusters; weight content;

frequency of registration; video recording.

Beenenue

B Uucruryre mammuosenenns um. A. A. Biaro-
upasoBa PAH ma mporsikeHuu psaga JieT UCCaeayIoT
BO3MOJKHOCTb TIPUMEHEHHA METOJa AaKyCTUIeCKOU
amuccun (AJ) I71s1 KONMMIeCTBEHHOM OIEHKH IIPOIiec-
ca HAKOIUIEHUS TIOBPEKICHUI U OIpee/IeHus 0CTa-
TOYHOM TPOYHOCTH u3aenui [1 — 2], B Tom ducie us-
TOTOBJIEHHBIX U3 COBPEMEHHBIX THIIOB KOHCTPYKIIH-
OHHBIX MATEPHUATIOB B YCIOBUAX BO3MEHCTBUSI pas-
JIMYHOTO BHOA CTATHYECKUX [3 — 4] U IMUKINYEeCKuxX
Harpy3oK [5 —6]. Jlmna Takoil OIEHKHM HCIIONB3YIOT
CTPYKTYPHO-(EHOMEHOJOTHIECKHI TOAXO]], IT03BO-
JIAIOIMUN YCTAHOBUTD MEPEKPECTHBIE CBSIZH MEKIY
MpoIfeccaMy HAKOILICHHUSA MOBPEKICHU U paspyIie-
HUSA CTPYKTYPHBIX CBA3EH KOHCTPYKITHOHHOTO MaTe-
puasia Ha MUKpPO-, ME€30- ¥ MaKpOMacIITabHOM yPOB-
HAX W TeHEePHUPYEMBIMH TIPU 3TOM AaKyCTUIECKUMU
CHUTHAJIAMU — UX SHepPruei, (hOpMOHN U CIIEKTPOM.

CoBpeMeHHbIE METOUKN KJIACTEPHOTO aHAIN3a
UMILyIbcoB AD cobbrTuii [ 7], peanusyemMbie ¢ mpumMe-
HEHMEM MeTOfa KOHEUYHBIX 3JIeMeHTOB [8 — 9], Heii-
poHHBIX ceteii [10 — 12], CHHXPOHHOH BUAEOCHEMKHN
HAKOIUIEHUA IOBPEKIEHUN HA PA3HBIX CTPYKTYP-
HBIX YpOBHAX Marepuana [13 — 15], Brmrouarorue
(pakTorpaduueckrie WCCIETOBAHUSI Pa3PyIIEHUH
[16], ciekTpanbHBIN 1 BEHBIET-aHATN3 PacIlIpeiee-
HHS TUIOTHOCTH DHEPTUU CrekTpoB [17 — 20], mpu
KOMILIEKCHOM HCIIOJIb30BAHUH JAI0T BO3MOYKHOCTD
YCTAaHOBUTH B3aMMOCBSI3b MEKIY MPOI[eCCaMH HAKO-
IUIEHUA IOBPEKAEHUH HA CTAIUAX PpPaspyIIeHus
KOHCTPYKITMOHHOTO MaTepuajia U TeHEePHUPyeMbIMU
mpu srom mMrmyabcamu A [7, 21]. Kak mokasan mo-
HUTOPHUHT 00pasIioB ¥ TMaHeJeH 13 KOMIIO3UTHBIX
MaTepuajoB, B KOTOPBIX XapakTep paciIpocTpaHe-
HHUSA U 3aTyXaHUSI aKyCTUYECKHX BOJH JOCTATOYHO
ITOXO3K, IIPY UCITOJIb30BAHKMH OIPeIeIeHHBIX AD cuc-
teMm, ITAD ¢ OQWHAKOBBIMU aAMILIATYIHO-YACTOT-
HbIMu xapakTepucruramu (AUX), riudpoBsix Quis-
TPOB C 3aJIaHHOMN IIOJIOCOW TPOILyCKAHWA, a TaKKe
(pHKCHPOBAHHOTO YPOBHSA IMOPOTa IUCKPUMUHAIAN
CHUTHAJIOB PETrUCTPHPYyeMble HMILYJIbChI, UMEIOIHe
CXONHBIE JHEPTeTHYECKHe mapameTpbl, (POPMBI U

CIIEKTPBI, MOTYT OBITH OTHECEHBI K OJIM3KAM TI0 IIPH-
poJie ICTOUHUKAM H3IyIeHU.

Kaacrepusbiii anaans
M KpUTEepHAIbHbIE MapaMeTpPhI

ITox wmacrepusanvieii moHUMaeTcs Cnocod 06b-
equHEHUS OTHU3KUX II0 CBOUM XapaKTepPUCTUKAM
aHAJIU3UPYEMBIX MAHHBIX B I10JI€ BHIOPAHHBIX WH-
dopmaTuBHBIX mapamMeTrpoB. B ocHOBy amroputma
KinaccuUKanuu CUTHAIOB AD TONOKEH Kiacrep-
HBIH IIOXOJ, IIO3BOJIAIOIINN B IIOJ€ YKCIEPHUMEH-
TaJIbHO YCTAHOBJIEHHBIX 3HAUEHUU mapaMeTpos (me-
CKPHUIITOPOB), XapaKTepU3yOINX Pa3IudHbIe aKyc-
THKO-OMHCCHOHHBIE CBOMCTBA PETUCTPUPYEMBIX UM-
IIyJIBCOB, MPOBOIUTH UX Kaaccudukaiuo. CHrHamsl,
CXOJKHeE JAPYT C IPYTOM II0 Py 3apaHee BHIOPAHHBIX
TIPU3HAKOB, OTHOCAT K OHOMY ¥ TOMY K€ KJIacTepy.
IIpu sTOM 00BEKTOM KIIACTEPU3AIUHU SBJISIOTCI HUM-
IyJBCHI, OTHOCAIINECA K 3apEeTrHCTPUPOBAHHBIM AJ
COOBITHAM, 4 B KAUECTBE MEPBI UX CXOXKECTH IIPUMe-
HAIOT YCTAHOBJIEHHBIE IPYU TECTUPOBAHUY TPAHUIIBI
JIOKATM3AIMN WX [MapaMeTpoB Ha rpadukax [e-
ckpunTopoB. Ilog TepMHUHOM «IeCKPUIITOPHI» (OMH-
carenu) MPUMEHHUTEIBHO K BHIOPAHHBIM IMIapaMer-
paM PerucTpUpPyeMbIX UMILYJIHCOB AD ITOHMMAIOTCS
UIeHTU(PUKATOPSI, TIO3BOJIAIONINE B TPAHUIAX 3apa-
Hee YCTAHOBJEHHBIX I1apaMeTpPOB PAacCIO3HABATH
BXOJISIIIe CHUTHAJBI, IIOMeIlas WX B KJIACTEpPhI,
CBOMCTBEHHBIE OIIPE/IeIEHHBIM UCTOYHUKAM A,

s pacriosuaBanusa cCUrHaioB Ad 110 SHEPreTu-
YecKuM mmapameTrpam u ¢opme Haumboaee uHpOpMA-
TUBHBI MakKCHUMAaJIbHASI aMILUIUTyAa HUMIyabca (u,,),
ero orHocuTenbHas dHeprus (K,), ITHUTEIHLHOCTDH
(t,), uncio ocrmuramui (IN,) OT MOMeHTa Iepecede-
HUS WMIIYJIbCOM YPOBHS IOPOTa TUCKPUMUHAIAN
(uy,) mo yxoma mMmmyiabca Ad moj mOpOT, a TaKKe
KOMILIEKCHBbIEe TTapameTpsl u,,/N,, N,/t,, Xxapakrepu-
3yIOIIIE CKOPOCTb 3aTyXaHWs WMILyJIbCA W YCPe-
HEHHYI0 YaCTOTY OCIM/LIALuM [3, 4].

Ilna BeIGOpA YHHUBEPCATIBHBIX KPHUTEPUATBHBIX
mapamMeTpoB B KauecTBe 00HEKTOB UCCAETOBAHUSA HC-
MTOTB30BAJIA HE TOJIBKO KOHCTPYKIIMOHHO-TION00HbBIE
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obpasirel (KI1O) aBuarnmonnbix mamesnei [1, 2], Ho u
(usuueckne Momenu — XpymKWe OKCHIHBIE TEH30-
WHAWNKATOPbHI, HAKJIENBAeMble HA MOBEPXHOCTH Pas-
JWYHBIX KOHCTPYKTUBHBIX OJIEMEHTOB, HMHUTHPY-
IOII[e CTPYKTYPY PaspyLIeHHs COHABUY-TIAHETIEH U
KOMIIO3UTOB [4], a Tak:Ke HACBHITHONH KOHYC CTEKJIO-
IrPaHyIATa, MPU (POPMUPOBAHUH KOTOPOTO MOJIENIH-
poBaJIC TPOIECC YCTAIOCTHOTO HAKOIUIEHHA IIO-
ppesxkmenuit [22]. Ha sTtux dusuueckux Momensx u
obpasiiax, MO3BOJIAIONINX CO3JaBaTh IIUPOKYI0 Ba-
puaberbHOCTh YCIOBUHM HCHBITAHWUM, BUAOB IIPUJIA-
raeMbIX HArpy30K, MEXaHU3MOB Pa3pyIIeHus CTPYK-
Typhl Marepuana, NPOBOJWUIN TECTHPOBAHUE U
oTOop Hambosiee WH(POPMATHBHBIX KPUTEPUATBHBIX
mapaMeTpoB, OTPAKAIOIIUX OCHOBHBIE TPEH bI U HC-
TOYHWKY HAKOIUIEHHUSA MOBPEKIEHUH HA MUKPO-, Me-
30- U MaKpOMAacCIITa0HOM YPOBHAX, AAIOIINX BO3-
MOKHOCTh IIPOBOAMTDH OIEHKY OCTATOYHOM IMIPOYHO-
CTH, BBIABIIATH HUCTOUHUKH AJ COOBITHH, a TakKe
(bOpPMBI ¥ CIIEKTPHI CBOMCTBEHHBIX UM JIOKAIMOHHBIX
UMITyJIbCOB [2, 5, 6].

B mporiecce paspyiieHus CTPYKTYPHBIX CBA3€H
KOHCTPYKITHOHHOTO MaTePUAIA KaKIBIH JOKAIMOH-
HBIH UMIIyJIBC perucTpupyeMoro A9 cobbITHA OTpa-
JKaeT DHEPTHIo, BhIAEIIEMYI0 IIPH paspbiBe WU IO-
BPEeXIEHUN TOM WM MHOU CTPYKTYPHOU CBA3H, Xa-
paKTepu3yeMyIo ero mapamerpamu, popMoii U CIexK-
TpoM. J[JIT OIeHKM CcTemeHW TaKuX MOBPE:RICHUH
JIOKAIMOHHBIE HUMILyJIbChl B mpoitecce AD MOHUTO-
puHra 11e71ec006PasHo pas3aeiaTh Ha KIacTephbl HUK-
uero (H), cpemuero (C) u Bepxuero (B) sHepreruue-
ckmx ypoBHei. [Ipu sToM rpagarus KiacTepoB IIO
SHEPreTHYECKOMYy TIapaMeTpy COCTaBJIeHa TaKuM
o6pasoM, 4To0bI GPOPMUPYIOIIHE UX UMILYIbChI OTPa-
JKAIU TIPOIeCChI PAa3pYIIeHusd, MPOUCXOAIINE B
KOHCTPYKITHOHHOM MAaTepHajie, Ha MHKPO-, Me30- U
MakpoMaciuTabuoMm ypoBHaX. OIeHKYy CTemeHHu IIo-
BPEKIEHUA MaTepuaja Ha PasHbIX CTPYKTYPHBIX
YPOBHSX BBIMONHIIOT UCXO/SI U3 TUHAMUKHA H3MEHe-
HHS BECOBOTO COJEP:KAHUS JIOKAITHOHHBIX HMILYJIhb-
COB B pHepreTmyeckux raacrepax: Wy = (Ny/Ny) X
X 100 %, WC = (NC/NE) N 100 %, WB = (NB/NE) X
X 100 %, roe Ny, Ng, Ng — KOIH4eCTBO UMILYJIBCOB,
HaKoILIeHHBIX B Kiacrepax H, C, B; Ny — cymmap-
HOE KOJIHYECTBO 3aPEerduCTPUPOBAHHBIX HUMILYJIHCOB
A3 cobbITHIA.

AJropuT™M IIPOTPAMMHOTO 00€CIIeYeHUs BEIIIO-
YaeT pasfielieHre PEeTrHCTPHUPYEMBbIX MMILYJIhCOB A
COOBITHI HA DHEPTEeTUYECKHE KJIACTEPHI B YCTAHOB-
JIEHHBIX TpaHUIax mnapameTrpoB E, — N, /i, moacuer
YaCTOThl MX PETHCTPAIUH ;(T) KaKAYI0 CEeKyHIy
MOHUTOPHHTA, AU PepeHnHaIbHOe pacupeaeieHne
BECOBOTO COJIEP/KaHUSA CHUTHAJIOB II0 YPOBHIO IIapa-
metpa E, B knacrepax H, C, B u exxecexyHnaHoe BbI-
YHCIIEHHE BECOBOTO COIeP/KaHUsI UMILYJIbCOB B DHEP-
reTuyeckux knacrepax W;(t).

I'pamunpr sHEpreTUyecKUx KiacTepos, opMu-
pyeMbIx uMmIiryiabcaMu AO coOBITHI B IIpoliecce Mo-

HUTOPHUHTA, YCTAHABINUBAIOT II0 Pe3yabTaraM IIpe]-
BapUTENIHHOTO TECTUPOBAHUS MaTepuajia H3IeNud,
HCXOMA W3 TPHUPOAHI HUCTOYHWUKOB W3IYYEHUS HM-
MyJBCOB, BHUAA HATPYKEHUS, TUMA MPUMEHIEMBbIX
rpeobpasoBaresiei, HacTpoeK AD CHCTEMBI, B 4acT-
HOCTH, IOJIOCHI IIPOIIyCKAHUA IIU(PPOBBIX (PUIBTPOB
¥ YPOBHA IOpPOTA AMCKPUMHUHAINU curHAIOB [1, 2].
Kourponaupys muHaMHUKy HM3MEHEHHS YaCTOThI pe-
THCTPAIIAX U BECOBOTO COAEPIKAHUS JOKAI[MOHHBIX
WMIIyJILCOB B osHeprermyeckux kiaacrepax H, C, B,
OIIEHWBAIOT CTEIIeHb paspyIlleHus MaTepuana Ha
PasHBIX CTPYKTYPHBIX YPOBHAX U MPOTHO3UPYIOT OC-
TATOYHYI0 MPOYHOCTHh H3AETIHA IIyTEM COIIOCTABIIE-
HUS C Pe3ylbTaTaMMW TECTOBBIX MCIIBITAHUN 06pas-
[I0B MaTepraia U3felua Ha paspyIleHue.

IIpu cmekTpanpHOM aHaIu3e pasieleHue PEeru-
CTPUPYEMBIX UMIIyJIHCOB HA KJIACTEPHI, B KOTOPBIX
curHasnbl AD uMeT 6JIU3KHe CIIeKTPbhI, OTHOCSIIIHe-
¢ K aHAJOTUYHBIM WU OMU3KUM TUmaM Ad coOBI-
THH, BBITIONHAOT HA 9TAIle MOCTOOPaboTKY pesyib-
TaroB AD MOHHTOPHHIA B II0Jie HapaMeTpoB 1) — Af
C HCHOTH30BaHHEM KOA(PUIHEHTA NapIIUaTbHOH
IoTHOCTH dHepruu N = Hp,/Hg, BBIZENAeMOl Ha
MUKOBOM YaCTOTE f,, PETHCTPUPYEMOTO MAKCHMYyMa
M YacTOTe pe3oHaHcCa [p MPUMEHSEMBIX IMpeobpa-
30BaTesel, B mojoce mpomyckanus Af mudpoBoro
dunpTpa AJ cucremsr [5, 6].

HcnopiTanne o6pas3iioB HA PACTIKEHHE
M JHArHOCTHYECKOE 000pyJIOoBaHHE

B mpoBomuMBIX SKCIIEpUMEHTaX HCIIOIb30BAIN
00pasrbl KOpceTHOH (opmbl myuHOM 340 MM, TOJ-
muuoi 0,8 MM, ©MeIIre IIUPUHY B 00JIACTH 3aXBa-
TOB ¥ B IIEHTPAIBHON 30HE 15 MM, M3TOTOBJIEHHBIE
10 TEXHOJIOTHH aBTOKJIABHOTO (DOPMOBAHUS U3 IIpe-
IIPETOB OJHOHAIIPABJIEHHOTO JIAMHHATA, BKIIIOYAIO-
mero yetwipe ciaos Toamuaon 180 mxm [0°],g. [Ipm
dopmoBamuy 00pa3I0OB B aBTOKJIABe B KadyecTBe
HapYKHOTO IIOKPHITHUA IPUMEHIIH TEPMOCTOHKYIO
IIOJTMATUIIEHOBYIO IIJIEHKY, KOTOPYIO BIIOCJIEICTBUU
VIAJAIN C IOBEPXHOCTH.

Hcnobrranusa o00pasijoB IPOBOAWIN HA BJIEK-
TpOMEXaHWIECKOH ycTaHoBKe (pupmbl Shimadzu co
CKOPOCTBI0 IIepEeMeIeHUs AaKTUBHOH TpaBepchl
10 mrm/c. B mporiecce ucnbITaHUS PETHCTPHPOBAIH
HaTpPy3Ky, IepeMelieHne aKTyaTopa, AedopMalluio
B ILIEHTPAIbHON obsactu obpasna (MHHHMAIBHOM
CeYeHMH) C MpHMeHEeHWeM 3JKCTeH3oMeTpa ¢ 6asoi
n3MepeHHua 25 MM. B Xozme Harpy:xeHHA IpPOBOAUIN
BHUIEOCHEMEKY IIPOIfecca paspyllieHus CTPYKTYpPbI Ha-
PY’KHOTO CJI0A JaMHHATA, CUHXPOHU3UPOBAHHYIO C
A MOHHUTOPHHTOM PETUCTPAIINH JOKAIMOHHBIX FM-
myabcoB. O6pasibl HUCHBITHIBAIN KAK B YCIOBHAX
HEIPEePBhIBHO TOBBIMIAIOIIETOCT YPOBHA PacCT-
TUBAIOIIEeN HArpy3KH 00 paspyIlIeHud, Tak U IIpU
IosTamHOM Harpy:keHuu. Ha KammoMm srame Harpy-
JKeHHUSA C IIPUMEHEHHeM OTPaKATeIbHOTO MUKPOCKO-
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ma Bresser Science MTL-201 (®PI'), obopyxosasn-
uHoro Bumpeokamepoit ToupCam U3CMOS16000KPA
(KHP), wuccnemoBamu paspyllieHus MHUKPOCTPYK-
TypBI HAPYIKHBIX CJI0EB JIUIEBOH U GOKOBOI TOBEPX-
HOCTeH B IEHTPaJILHON udacTu obpasia. Takrue wuc-
CIIeIOBAHMS TPOBOMWIN [JIA YeThIpeX CTaauid Ha-
IPY/KEHHsS, XapaKTePU3YEMbIX PA3IMIHON WHTEH-
CHBHOCTBIO JOKamuu AO COOBITHH, perucrparirei
HMMIIYyJIBCOB C PA3IHYHBIMU BEJIMUYUHON DHEpreThde-
CKHX TapamMeTpoB, (hOPMOM U CIIEKTPOM, CBOMCTBEH-
HBIX pa3pyIlIeHHWI0 MAKeTa JaMUHATA HA MHKpPO-,
Me30- M MakpomacirrabHoM ypoBHAX. Wmentndwu-
KaIllUi0 HUCTOYHUKOB AOD COOBITHH, T€HEePUPYIOIIUX
JIOKAIIMOHHBIE HUMIIyJIbChl U (POPMHUPYIOUUX IHEp-
reruueckue knacrepsl H, C, B Ha craguax marpy-
JKeHHs1 00pasloB, OCYLIECTBIISAIN IIOCPEICTBOM
BHU/IEOCBEMKH CTPYKTYPBhI MaTepuasa, CHHXPOHU3H-
poBaHHON ¢ AD AHMATHOCTHKOM, YTO 1aBajio BO3-
MOKHOCTH IIPOBOJUTH MOHHUTOPHHT PA3BUBAIOIIUXCS
MPOIIECCOB PAa3pyIIeHUs, PETHCTPUPYEMBIX HEIo-
CPEJICTBEHHO IPHU HATPY:KEHUU MAKeTa OJHOHAIIPAB-
JIEHHOTO JIAMHUHATA.

Ina cbopa u 00pabOTKH pPETHCTPUPYEMBIX
MACCHUBOB JIAHHBIX MPUMEHSIN BOCBMHKAHAIBLHYIO
cucremy A-Line 32D, mpoussogcrea OO0 «Hurep-
oauc-UT» (P®), u ueTbipexKaHAIBLHYIO CHCTEMY
PCI-2 dupmer Mistras (CIIA). Mcrounuku A9 co-
OBITHI PETHCTPUPOBAIN OJHOBPEMEHHO PE30HAHC-
wbiMH R15-a u mupokomonocabivu UT-1000 mpeo6-
pasoBarenamu upmbr Mistras (CIIIA). B kauecrse
MPEIYCUINTENIEH PErucTPUPYEMbIX CHUTHAJIOB WC-
norb3oBanu [TA9P-014, seimyckaembie 000 «UH-
reprouuc-UT», u 2-4-6 AST pupmsr Mistras.

[lepen mpoBemeHmEM WCIBITAHUN OIPEAEIIAIN
onTUMAaTbHBIE HACTPOHKH AD cHCTeMbl, BKIIIOYA-
IOII[e: TOPOT AWCKPUMHHALIMHK CHUTHATOB AD —
Uy, = 36 1B; TONOCHI TPOIYyCKAaHUSA IH(QPPOBBIX
(buABTPOB, YCTAHOBJIEHHBIX /I IIHPOKOIOIOCHBIX
ITAS Ne 1, 2 — Af, =50-2000 k' u Ne 3, 4 —
Af, = 30 - 500 kI'm; cpepHION TPYNIIOBYI0 CKOPOCTD
myra UHTepEepUpPYOUINX aKyCTHIEeCKUX BOJH
V, = 48 MM/MKC TPy MaKCHMAaTbHOM pasMepe JIOKa-
nuu 240 mm. Wcxons ua ypoBHS TPHUHATOTO MOPOTa
TUCKPUMUHAIAN U,;, W TOJOCHI TIPOIMyCKaHuA Iud-
POBBIX (pUABLTPOB Af),, /A JOKAITMOHHOH TPYIIIIBI
ITAD Ne 3,4 ycramaBiuBaiu TPaHUIBI KJIACTEPOB
KPUTEPHATBHBIX [MapaMeTPOB /I OIEHKH CTEIeHU
MOBPEXIEHUS MaTepruaia B Ioje IeCKPUITOPOB
E,—-N,/t,: nna wnacrepa H — E, = 55- 85 b,
N,/t, =10-280 xI';; gna xmacrepa C — E, =
= 85-115 1B, N, /t, = 40 — 240 &I'; nis xKmacrepa
B — E, =115-145 b, N, /t, = 80 — 180 ['u1. Itu
TPAHMITBI KJIACTEPOB OTPAKAIOT IIPOI[ECCHI, COOTBET-
CTBYIOIIIVE PA3PYLIEHUIO CTPYKTYPHBIX CBA3EH KOM-
TIO3UTHOTO MaTepwajaa Ha MHUKPO-, ME30- U MaKpo-
MacITabHOM yPOBHE.

PesynpTaThl MOHUTOPHHTA
HCIBITAHUA HA PaCTIKeHHe IIaKera
OTHOHAIIPABJIEHHOIO JaMHUHATAa

PaccmoTrpum pesynbraThl HCIBITAHUA 06pasIia B
YCIOBUSAX HEIPEPBIBHO IOBBIIIAOIIErOCT YPOBHSI
pacTiruBapIiedl HArpy3Kd [0 MOMEHTa paspy-
eHus ciaoeB gamunara. Jlanasie AD MOHUTOPHH-
ra, MoJiydaeMble ¢ IPUMEeHEeHHEeM IIHPOKOIOI0CHBIX
rmpeobpasosarenesr UT-1000 u cucremsr PCI-2, wuc-
TIOTb30BANK A Bepudukraimuu Ad coOBITHH, COIIO-
CTABIIEHUS SHEPTETHUECKUX U BPEMEHHBIX ITapaMeT-
POB, (POPMBI U CIIEKTPA CUTHAJIOB, PETHCTPUPYEMBIX
npeobpasosareaamu R15-a.

Ha puc. 1 mokasaHbl pe3yrbTaThl MOHUTOPHUHTA
A9 cobbrTumii, 3aperucrpupoBaHubix 1TAD Ne 3, 4
B TeueHre 415 ¢ WCOBITAHUA IPU HETPEPHIBHOM
TIOBBIIIEHUH YPOBHA pacTATHBAIOIled HArpy3KH 0
P, = 11880 H.

Ha puc. 1, ¢ mokasana KoopauHaTHAA JTOKAITHAA
A3 cobbITHI, 3apPEeTUCTPUPOBAHHBIX PE3OHAHCHBIMU
npeobpasoBarenamu R15-a B xo7ie MCOBITAHUE KOM-
MTO3UTHOTO 06pasIia MPH MOBLIIIIEHUH YPOBHA PaCTs-
ruBamomied narpysku g0 P, = 11880 H. Hau6ons-
1Ias uX IJI0OTHOCTb, mocruratomas N, = 270 ex./mm,
0TMEeYasach B IEHTPATBHOM 061acTH 06pasia — Mu-
HUMAaJIbHOM CEUEHWH, TJe paspylleHHe CTPYKTYPbI
IIKM npoucxomuno aHaubonee narencusHo. Beero B
MIPOIleCCe WCIBITAHUN MCCIEAyeMOro obpasiia Ha
paspyurenne BTopoit rpymmoit ITAD (Ne 3, 4) 6nu10
sapeructpupoBano (Ny), = 75622 A9 cobbITHs.
Huuavuka Hakorienus AO coOBITHI B IIporiecce
SKCIIEPUMEHTAa, IPUBEeHHAsd Ha puc. 1, 6, xapakre-
pu3yeTcs TAHTEHCOM YIJIa HAKIOHA KPWBOM HAKOII-
neHus coObITHit (Q; -1 . 4), KOTOPBIH IIpeficTaByder
€000 cpemHUI YPOBEHh aKTHBHOCTH UX PETHUCTPA-
uu B eguHUIly Bpemenu (puc. 1, 6). Mcxonsa us yria
HaKJIOHA , IpoIlecc HAKOmIeHus AD cobbITuii (cm.
puc. 1, 6) MmoxkeT OBITH pa3bUT HA YeThIpPe XapakKTep-
Hble craguu Harpyxenua (t; =65-205c¢, T, =
=205-327c, 13=327-391¢c, v, =391-415¢),
KaxKmasd M3 KOTOPBIX OTPAMKAeT CTEleHb MOBPEK-
JeHUs U PaspyIleHus CTPYKTYPHBIX CBA3€H KOMIIO-
3UTHOTO MaTepuajia Ha MHKpPO-, Me30- ¥ MaKpoMac-
mrabHoM ypoBHAX. [Ipy sTOM MakcuManbHBIE pac-
TATUBAOIINE YCUIN, IPUKIabIBAeMbIe K 006pasiry,
B paccMaTpuBaeMble MHTEPBAIBI BPEMEHH JOCTHUTa-
mu: P; = 4900 H na 205 c mepuoga t;; P, = 9100 H
Ha 327 c mepuoga Ty; P; = 11400 H ua 391 ¢ nepuo-
ma ts; P, = 11960 H mHa 411 ¢ nepuona t,, 4TO CO-
crasuano 41, 77, 96 u 100,7 % ot paspyuiaromen
Harpysku P, = 11 880 H.

Ha pumc. 2 mnokasanwsl pacupepneneHne peru-
CTPHUPYEMBIX coOBITHI AD B 30He JOoKanuu 006pasia,
¥X HAKOIJIEHWE W aKTUBHOCTh PETUCTPAIIUN B TIEPH-
ox t; = 65 — 205 ¢ ucnpITaHuA, a TaKKe 4acToTa pe-

THCTPAIlUN JIOKAIIMOHHBIX HMILYJIbCOB B KJIACTEpax
HuC.
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Puc. 1. Pesyaprarsr AD moHuTOpHHra 00pasia KOMIIO3SUTHOTO MATEPHAJIA IIPY UCIIBITAHUAX HA PACTIKEHNE, IT0J[yIeHHbIe BTO-
poit sokanuonnoi rpymmoi (ITA9 Ne 3 u 4)

Fig. 1. Results of AE monitoring of the unidirectional laminate specimen during tensile tests obtained by the second location
group (AET Nos. 3 and 4)
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Puc. 2. Pacupenenenne A9 coObITHI B 30HE JIOKAIHMH (@), rpaduk ux HAKOIIeHUs (6), AKTHBHOCTh PETUCTPAIUY (8) U 4aCTOTA
perucrpanuu uMiyiascos B kracrepax H u C (2) Ha nepoit craguu (t; = 65 — 205 ¢) Harpy:xeHus IPH TOBHIIIIEHUN YPOBHSA pac-
tarusatouei negopmaruu or 0,15 no 0,54 % B naTepBane AP, = 1400 — 4900 H

Fig. 2. Distribution of AE events in the zone of location (a), their accumulation (), registration activity (¢) and frequency of
pulse registration in clusters H and C (d) at the first loading stage (t; = 65 — 205 sec) with increasing level of tensile deforma-
tion from 0.15 to 0.54% in the range AP; = 1400 - 4900 N

Kax cinenyer us puc. 2, a, HA IEpPBOM CTAUN WC- o0pasiia, oTpaxKawoIee paccesHHOe HAKOIJIEHHE T10-
[BITAHUSA T; [IPU HOBBIIIEHUH YPOBHS PaCTATHBAIO- BPEKIEHUH B CTPYKTYPe KOMIIO3UTHOTO MaTepHala.
mei Harpysku B mHTepBane AP; = 1400 - 4900 H [InormHocTs moKanmu cobObiTHE AD Komebanach B
HaOJII0AIOCH JOCTATOYHO PABHOMEPHOE pacIipeje- npenenax 1 -7 ex./mm. IlepBbie JoOKAIMOHHBIE WM-

seHue coObITHl AD B 30HE JIOKAIIMH HCCIELyeMOTO MyJIbChI OBLTH 3apEeruCTPHUPOBAHBI HA 65 ¢ MCIbITA-
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Puc. 3. Tunuunsie ¢opMsl (@) U CIEKTPHI (6) UMIIyIbCOB, PETUCTPUPYEMBIX Ha IIepBO# craguu Harpy:xeHusa (v, = 65 — 205 c¢)
TIpH TIOBBIIIEHUH YPOBHA pacTaruBaloiei necdopmariuu B uaTepBaie Ag; = 0,15 — 0,54 % B pesyabrare IOKAIbHOTO HAPYIIEHUS
aJre3uy CBA3YIOIIET0 Ha TPAHHUIIe CKPEIIEHH C apMUPYIOIIUMH BOJIOKHAMHE (1) 1 06pasoBaHus MUKPOTPEIAH B CTPYKTYpe MaT-

pursl (2)

Fig. 3. Typical shapes (a) and spectra (b) of the pulses recorded at the first loading stage (t; = 65 — 205 sec) at an increasing
level of tensile deformation in the range Ae; = 0.15 — 0.54% resulting from a local violation of binder adhesion at the interface
with reinforcing fibers (1) and due to formation of micro-cracks in the matrix structure (2)

19 B0 110

Puc. 4. Buzb! T0KaIbHOTO HApYIIEHUd aiTe3UU CBA3YIOIIEr0 Ha TPAHUIle CKPeIIEHH ¢ apMUPYIOIIUM BOJIOKHOM IIPH €To pac-
npaMiIeHud (@) ¥ 3apOKIEHIUS IEePBhIX MUKPOTPEIIUH B CTPYKTYPe MATPHUIILI (6) HA IEPBOYM CTAIUN HATPY KEHUS

Fig. 4. Local violation of binder adhesion at the interface with reinforcing fibers () and formation of micro-cracks in the ma-

trix structure (b) at the first stage of loading

HHSA IIPU YPOBHE PACTATHBAIOIIEH HATPY3KH CBBIIIE
700 H. U3 puc. 2, 6 u 8 BUAHO, YTO B IEPUOJ T CyM-
MapHOe KOJIMYeCTBO HAKOIUIEHHBIX A9 coObITHI He
npesbimano (Ny), = 302 ex., a MakcuMalbHAd aK-
TUBHOCTH AD m3amensiach or N = 2 e1./c B MOMEHT
Hayaja PerucTParuu COOBITHH 110 N=10-11exn./c
B KOHIle paccMarpuBaemoro uarepsana (190 — 205 ¢
Mouutopunra). CpefHUN ypoBeHb aKTHBHOCTU pe-
THCTPAIU COOBITHH B TepHox Ty = 65— 205 ¢ Mo-
HUTOpUHTa He mnpesBbiman N; = 2,16 ex./c. Cun-
XPOHHO C aKTHBHOCTBIO A9, Kak CieIyeT W3 COIO-
CTaBJIEHUS PHC. 2, 8 ¥ 2, U3MEHIJIACh YAaCTOTA PEru-
CTpAIlUH UMILYJIbCOB B SHEPTeTHYECKHUX KJIacTepax,

MAaKCHUMAJIbHBIA YPOBEHbL KOTOPOM B IEPHUON T; B
HIKHEM KjacTepe oy = 13 I'if mpaktuyuecku BaBoe
MPEBBINIAT YaCTOTy PETHCTPAIlMM B CpPeIHEeM KJa-
crepe wc = 7 I'u. IlosToMy OCHOBHOII MacCHUB HM-
IyJIBCOB COCTABJISIIIA CUTHAIBI, OTHOCIIIAECS K HUK-
HEMY SHEpPreTHYeCKOMY KJIacTepy, BECOBOe COmep-
JKaHMe KOTOPBIX, KaK cieayeT u3 puc. 1, u, xoieba-
soce B pegenax Wy = 70 — 75 %. CooTBeTCTBEHHO,
HM3MEHSIOCh BECOBOE COJIeP/KaHue UMITYIHCOB B KJla-
crepe C — Wy =25-30 % B 9TOT mEpuoa SKCIe-
puMeHTa.

Ha pwuc. 1, 2 — e oTpakeHa AUHAMHUKA W3MEHE-
HHS OCHOBHBIX IIAPAMETPOB PETHCTPUPYEMBIX HM-
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Puc. 5. Pacnpenenenne A9 cobbrruii B 30He oKanuu (a), rpaduk ux HAKOILUIeHuA (6), aKTUBHOCTh perucrpanuu AD coObITHI
(8) m gacrora perucrpanuu uMIynbcoB B knacrepax H, C, B (2) Ha BTopoii cranuu HarpysxeHus (t, = 205 — 327 ¢) npu noBsbIIIe-
HUM yPOBHA pacrarusaiomei nedopmarnuu ot 0,54 no 0,9 % B unTepBane AP, = 4900 — 9100 H

Fig. 5. Distribution of AE events in the zone of location (a), their accumulation (), registration activity (¢) and frequency of
pulse registration in clusters L, M, H (d) at the second stage of loading (1, = 205 — 327 sec) at increasing level of tensile defor-

mation from 0.54 to 0.9% in the range AP, = 4900 — 9100 N

I[yJIbCOB B IIepuon t; = 65 — 205 ¢ HarpykeHUd Ipu
MOBBIIIIEHUH YPOBHS PACTATHUBAIOIIEH AedopMaIuu
or 0,15 mo 0,54 % B wunrepsame AP; = 1400 -
4900 H. IIpu sTOM ypOBHH MaKCUMAIHLHOM aMILIH-
TYyABl U, = 75— 82 1B, OTHOCHUTENBHOW BHEPrUU
E, =105-110 1B u qauTeabHOCTH OTAEIbHBIX UM-
mynbscoB £, = 1300 — 1500 mxc. OcHoBHOI MaccuB
COCTABIIANIH CHUTHANBI AJ ¢ aMIUIUTYIOU u,, = 40 —
60 1B, oraHocuTenwsHOM aueprueit £, = 70 — 90 1b u
IIUTeabHOCThIO £, < 300 MEC.

Ha pwc. 3 mpuBemensl TUNWYHBIE (POPMBI U
CIIEKTPBHI HUMITYyJIbCOB, PETUCTPUPYEMBIX B HAdallb-
HBIHN mepuon t; = 65 — 205 ¢ Harpy:xeuus obpasia.

Ha nepBoit craagwu Harpy:KeHHs T; OCHOBHOE
HAKOIIJIEHNEe PACCeTHHBIX IIOBPEKIEHUHN B IIaKeTe
JIaMUHATa OT AEHCTBHUA PACTATUBAIONIEH HATPy3KU
IIPOMCXOIUT B Pe3yibTaTe PACIPAMIEHUS apMUPY-
IOIUX BOJIOKOH, COIIPOBOKJAIOIIErOCT JOKAIBHBIM
HapyIIeHueM aire3uy Ha TPAHUIle UX CKPeIUIeHU
CO CBA3YIOIIUM U 3apOXKAEHUEM MUKPOTPEIINH B
CTPYKType MaTpuiibl. Ha prc. 4 moxasaHbl MOMEHTHI
JIOKATBHOTO HapyIIEHWd aATe3UH W 3apOiKIeHUA
IIEPBBIX TPEILIUH B CI0€ JaMUHATA IPU HOBBIIIEHUN
ypoBHA pactaruBamoied medopmaruu or 0,15 mo
0,54 % upm mnosblmeHun Harpysku oT 1400 o
4900 H, cocraBnsromieit 41 % ot mpenensHOTO YPOB-
ua P, = 11880 H.

Bropaa cragua Harpy:keHHWd XapaKTepHU3yeTcs
3aMeTHBIM POCTOM HAKOIIeHud AD COOBITHH U aK-
THUBHOCTY WX PETHCTPAIUH, YPOBEHb KOTOPBIX, KaK
cnenyer u3 puc. 1, 6, B mepuon T, = 205 — 327 ¢ mo-
HUTOPHHTA IIPU MOBBIIIEHUH PACTATHUBAIOIIETO YCH-

aua no P, = 9100 H coorsercTBenHo cocTaBui
(Ny), = 1087 en. u Ny, = 8,9 en./c, T.e. B 4UeThIpe
pasa mpeBBbICHJI AKTHBHOCTH AJD HA HEPBOM CTamuu
Harpy:xenud. Ha puc. 5 mpencrasieHo pacupenese-
HUe PEeruCTPUPYEMBbIX COOBITHH AD B 30HE JOKAIUN
obpasiia, uX HAKOILUIEHHE W aKTHBHOCTh PErucTpa-
U B UHTEPBAJIE Ty, & TAKIKE YACTOTHI PETUCTPAIINH
uMIyabcoB B kaacrepax H, C u B.

OcuoBHas nokanus Ad coObITHI Ha BTOPOI cTa-
IUY HATPyKeHUs HAOI0[anach B IEHTPAIbHOHN 00-
sactu obpasma (cM. puc. 5, a), rle uX MaKCUMaJb-
Has IWI0THOCTE gocturana N, = 34 exn./mm. Kak Bu-
HO U3 pHC. 5, 6, HaKoILIeHne AD COOBITHI HA MPOTS-
JKEHUH BCEro IepHoja Ty IMPOUCXOAMIO JOCTATOYHO
paBHOMepHO. MakcumanbHas aKTHBHOCTb MX DerH-
cTpanuu MoCTeTleHHO Bospacrara or N =10 -
15 en./c B Hayane no N = 20 — 24 ef./c B KOHIIe Ile-
puoxa Ty. Ilpy 5TOM CHHXPOHHO M3MEHSJIACH M Yac-
TOTA PETUCTPAIMH JIOKAI[MOHHBIX WMILYJIbECOB B
SHEPTeTHUYECKMX  KJIacTepax, IIOKa3aHHas  Ha
puc. 5, 2. HaubonbIiyio 4acToTy perucTparuu, 1oc-
THraIylo ¢ = 15 ', uMenn goKaIMOHHBIE HUM-
MyJIBCHI, OTHOCIIHECS K KinacTepy C, Torga kak gac-
TOTA PETUCTPAIMN HU3KOIHEPTeTHUECKUX JIOKAIU-
OHHBIX WMMIIYJIbCOB B Kiacrepe H He mpesbimiana
wyg = 12T (em. puc. 5, 2). Habmomanucs ormenb-
HbI€ BBICOKOOHEPTETUYECKHUE WMILYIbChI, OTHOCS-
muecsd K kimactepy B. B paccmarpuBaembrii mepuon
KapAWHAIBHO MEHSIETCS XapaKTep PpacIpeeleHus
MMITyJIbCOB B OHEPTeTHYECKHUX KJIACTepax: PesKo
BO3pacTaeT HAKOIUIEHWE JIOKAITMOHHBIX MMILYJIHECOB
B CpeaHeM Kjacrepe W CHHXPOHHO CHHKAETCI B
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HmkHeM. Ecnyn B HavanbHBIN IIepHOZA BTOPOH cTa-
mun ypoBHU Wy = 71 % u Wi = 29 %, 1o B KoHIlEe
oun npubmusuauck K 50 % (cMm. puc. 1, u), T.e. nuHa-
MHKa U3MEHEHHUA BECOBOTO COMEP/KAHUIA JIOKAI[UOH-
HBIX UMILYJIbCOB CBHIETEILCTBYET O Ha4Yasle HHTEH-
CHMBHOTO paspyllieHWd IakKeTa JaMuHATa Ha Me30-
ypoeue. Puc. 1, 2 — e, orpa:karwiire ITUHAMUKY W3-
MEHEHWs OCHOBHBIX MAPaMETPOB PETHCTPHUPYEMBIX
VMIIYJIbCOB B TIEPUO]] Ty, TAKKE CBUIETEIbCTBYIOT 00
9TON TeHAeHIMH. BospacTalT MaKCUMaNIbHBIA U
CpPefHUU YPOBHU OTHOCHUTENIHHOH DHEPIHU, aMILIH-
TYAbl U [JIATEIBHOCTH PETUCTPUPYEMBIX HMILYJIb-
coB. MakcumasnbHble 3HAYEHWS JTHUX I1ApPaMeTpPOB
MOBBIIIAIOTCI ~ COOTBETCTBEeHHO n0 K, =120-
135 b, u,, = 90-110 gb, ¢, = 4000 - 7000 mkc.
IIpu 5TOM OCHOBHOM MAacCCHB COCTABIAIOT CHIHAJbI
A9 ¢ ypoBusamu u,, = 40 — 80 1B, orHOCHUTENBHOMK
sHepruu E, = 70 -100 tb u pmurenpHOCTH {, =
= 100 - 750 mrc. Hapsamy ¢ panee paccMOTpeHHBIMU
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uMmyiabcamu I u 2 (cM. puc. 3) B HHTEpBaJe Ty Mac-
COBO PpETHCTPUPOBATH HOBBIE THUIBI HMILYJIBCOB,
(hbopMBI U CIIEKTPBI KOTOPBIX MTOKA3aHbI HA PHUC. 6.

HanbHelilllee TMOBBIIIEHWE YPOBHA pAaCTATHBA-
omiei 1edopMaIiuu €; B IeHTPAILHOM 30He o6pasiia
ot 0,54 1o 0,9 % Ha BTOPO CTAnNU HATPYIKEHU BbI-
3BaJI0 YBOJIOIUI0 00PA30BABIIIUXCS HA IEPBOH CTa-
VY TIOBPEKICHUN: X YKpYIIHEeHUe U cauguue. [Ipu
9TOM pa3pyIIeHHs JaMHUHATA BO3HUKAIHN yiKe Ha Me-
30MacmITabHOM YPOBHE B BHUJE TPEIIUH Pa3IHIHOU
HAIIPABAEHHOCTH B MATPHUIAX CJIOEB, OTCIAWBAHUI
CBABYIOIIETO OT ApMUPYIOIIUX BOJIOKOH, UX PaspbiBa
u BhIepruBanusd. Ha pwuc. 7 mpencraBieHbl THINY-
Hble TOBPEKIEHHS B MATPHUIAX CJI0EB JaMHHATA
[IPX TIOBBIIIEHUH PACTATUBAIOIIEH AedopMaIuu 10
e; = 0,9 % npu marpyske P, = 9100 H, cocrasnsa-
omet 77 % ot npegenbaoi P, = 11 880 H.

Ha tpetneii craguu Harpy:keHud T3 = 327 — 391
YPOBEHb PACTATHBAIOIIET0 YCHUJINUA IIOBBICWIICA Ha
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Puc. 6. Tunuunsle dopmsl (@) 1 cuekTps! (6) UMILYIbCOB, PETHCTPUPYEMBIX HA BTOPOH CTaANK HArpy:keHud (T, = 205 — 327 ¢)
TIpH NOBBIIIEHUH YPOBHSA pacTaruBaromnieil nedopmaruu B uarepsaie Ag; = 0,54 — 0,9 % B pesysbpTaTe OTCIaHBAHUA CBA3YIOIIIE-
TO OT BOJIOKOH (1), 06pasoBaHUsA TPEIIWH PA3IHIHON HAIIPABIEHHOCTH B MAaTPHUIAX CI0eB (2), pasphIBa apMUPYIOLUIUX BOJIOKOH

(3) ¥ Ux BBIIEPrUBaHUS U3 CBA3YIOIEro (4)

Fig. 6. Typical shapes (a) and spectra (b) of the location pulses recorded at the second loading stage (v, = 205 — 327 sec) at in-

creasing level of tensile deformation in the range Ae; = 0.54 —

0.9%. Resulting from peeling of the binder from the fibers (1),

formation of multi-directional cracks in the matrices of layers (2), breakage of the reinforcing fibers (3), and their pulling out

of the binder (4)



«3aBoackasd saboparopusa. [[maraocruka marepuaaos». 2019. Tom 85. Ne 11 53

AP = 2300 H — go P; = 11400 H, a giurenbHOCTD
Harpy:KeHus coKparuiach Ha Aty = 64 ¢ — 110 cpas-
HEHUIO MPEAbIAYIIAM I[IEPHOIOM Ty IPAKTHUYECKH
BaBoe. Ilpu srom, Kak ciemyer us pwuc. 1,6, 8, mo
CPaBHEHHIO C MPEABIAYIINM IEPHOAOM HAKOILIEHUE
A9 cobbITHI HCIIBITAHUA BO3POCIO 6ojiee ueM B aBa
pasa, a cpeqHU YPOBEHb aKTHBHOCTH PETUCTPAIIAH
351 IIepuona Tg IIOBBICHJICSA B Y€ThIPpE pasa U COCTaBUJI
N; = tg(vs) = (Ny)g/Atg = 2235/64 = 34,9 en./c.

Ha puc. 8 npusenens! rpadukn pacipeaeaesus
A3 cobbITH B 30HE JIOKAI[UK 00pasIia, uX HAKOILIe-
HUs, aKTUBHOCTH PETHUCTPAIUN B TIEPUOJ Ts, a4 TaK-
JKe TOKA3aHa NMHAMUKA M3MEHEHUs YaCTOTHI Peru-
crparuu uMmynscoB B kaacrepax H, C u B. IlpakTu-
gecku 90 % moxaruii Bcex AD COOBITHI pPErucTpH-
pOBaIH B IEHTPAILHON obsiacTy obpasiia, Iiae Mak-
cumayibHass wux IoTHOCTh N, = 70 em./Mmm  (cwm.
puc. 8, a).

Kak Bumno u3 pwuc. 8, 8,2, aKTUBHOCTH peru-
crparuu A9 COOBITHI ¥ YACTOTA PETUCTPAIUH HUM-
MyJBCOB B DHEPTETHYECKUX KJIACTEPAxX HU3MEHIAch
B TeUeHue rnepuoaa ts 40CTaTOYHO CHUHXPOHHO. HaI/I-
6osbIiyto yactoty perucrpaiuu o¢ = 80 'ty umenu
HMMITyJIbChI  CPEIHEr0 HHEPreTHUYEeCKOTO YPOBH,
BJIBOE MEHBIIIYI0 YACTOTY, HE IMPEBBIMIAIIIYI0 O =
= 45 'y, — WMIIyJIbCHI, OTHOCAIIHECT K KIacTepy
H. B Teuenmue Bcero mepuojia ts OTMEYATINCH TAKKE
cUrHa/IbI AD BepXHEro SHEPTreTHYECKOr0 YPOBHS,
YacToTa PErucTpamuu KOoTopbix g = 1-2TI'm.
B wunTepBase T; HpH MOBBIIMIEHWH YPOBHS HAW-
OOJIBIIIMX PACTATHBAIONIUX gedpopMalvii B IIeH-

' 1.Tpynna N2 - flokauns/Koopauwara,ium] [unefinan]

Puc. 7. Tunwysble IOBPEXIEHNUI B MATPHIIE CTI0EB JIaMUHA-
Ta: oTCIanBaHue cBsasyomero (I1); obpasoBaHue TPEIUH pas-
JINYHOU HAIIPABIEHHOCTH (2); BhIIEPTUBAHNE U3 CBA3YIOIIEr0
apMUPYIOLUX BOJOKOH (3) U ux paspbiB (4) Ha BTOpPOU cTa-
WU HATPYKEHUA

Fig. 7. Typical damage to the matrix of the laminate layers:
Peeling of the binder (I), formation of multi-directional
cracks in the matrix of layers (2), pulling out of the reinforc-
ing fibers from the binder (3) and their breakage (4) at the
second stage of loading

TpaJbHOI obiactu obpasra a0 €; = 1,09 % unabmo-
nanca CTabuabHBIH POCT BECOBOTO COAEPKAHUSA
JIOKAITUOHHBIX UMIIYJIbCOB B KjIaCTepe C U CHHXPOH-
HOe CHUIKeHue — B Kjiactepe H cooTBeTcTBEHHO 10
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Puc. 8. Pacupenenenne A9 cobbiTHi B 30He nokanuu (a), rpaduk UX HAKOIIEHU: (6), AKTUBHOCTDH PerucTpanuu Ad cOOBITHI
(8) myacroTa perucrpanuu uMIrynbcoB B knacrepax H, C, B (2) Ha Tperbei craguu HarpyxeHud (T3 = 327 — 391 ¢) npu noBbIIIe-
HUU ypOBHA pacrarusaromiei negopmaruu or 0,9 1o 1,09 % B unrepsane AP; = 9100 - 11400 H

Fig. 8. Distribution of AE events in the area of location (a), their accumulation graph (), activity of registration (c) and fre-
quency of registration of the pulses (d) in clusters L, M, H at the third stage of loading (v5 = 327 — 391 sec) at increasing level
of tensile deformation from 0.9 to 1.09% in the range AP; = 9100 - 11,400 N
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Puc. 9. ®opmer BonH (@) U crieKTpoB (6) HMIIyJIbCOB, PETHCTPUPYeMble HA TpeThed craguu Harpy:xeHud (ts = 327 - 391 ¢)
TP IOBBIIIEHUH YPOBHA pacTATruBamliel gedpopmanuu B uarepsaie €; = 0,9 — 1,09 % B pesynbraTe MaccoBOTO pa3phIBa BOJIO-
KOH (1), X BBIIEPTUBAHUSI U3 CBA3YIOIIEro (2) U JIOKAIBLHOTO HAPYIIIEHU MEKCIOeBO aaresuu (3)

Fig. 9. Typical shapes (a) and spectra (b) of the pulses, recorded at the third loading stage (t5 = 327 — 391 sec) at increasing
level of tensile deformation in the range €, = 0.9 — 1.09%. as a result of large scale breakage of fibers (1), their pulling out from

the binder (2) and local violation of interlayer adhesion (3)

Puc. 10. Bune!r paspynieHus Ha TpeTbeH CTafUM Harpy:xe-
Hug o6pasia: 06pasoBaHue CeTKH TPEIHH B CIIOAX IAMUHATA
C MaCCOBBIM Pa3pbIBOM U BbIJEPrUBaHHEM apMUPYIOIIUX BO-
JIOKOH (a); JIOKaIbHOE HAPYIIIeHHe MEKCI0eBoi aaresuun (0)

Fig. 10. Fracture types at the third stage of specimen load-
ing: formation of a net of cracks in the laminate layers with
a large scale breakage of reinforcing fibers and their pulling
out (a), local violation of interlayer adhesion (b)

ypoBueir W =60% u Wy =39 % (cm. puc. 1, u).
Takas quHaMuKa U3MEHEHUT BECOBOTO CONEPIKAHU
WMIIyJbCOB B dHepreTudeckux kiaacrepax C u H or-
paskaeT mpollecc MHTEHCUBHOTO paspylleHus make-

Ta OIHOHAMPABIEHHOTO JaMHHATA Ha Me30Mac-
ITabHOM YPOBHE.

U3 puc. 1, 2 — e BugHa AUHAMHUKA U3MEHEHUS OC-
HOBHBIX [TaPaMeTPOB PETUCTPUPYEMBIX UMITYIbCOB B
TIEPUO]] T3 — POCT MAKCUMAJIbHBIX U CPETHUX 3HAUE-
HUM OTHOCUTENHHOU SHEPTHud, aMIUIUTYIbI U [JTH-
TEILHOCTH PETUCTPUPYEMbIX HMITyJIbCOB. Maxcu-
MaJbHbIEe 3HAUYEHUd JTHX IapaMeTpPOB COOTBETCT-
Beuno gocruranu: K, = 130 gb; u,, = 100 — 105 gb;
t, = 5000 mrc. IIpu sTOM OCHOBHO¥M MacCHB COCTaB-
JIAIM UMITYJIBCHI, MMEIOIIre MaKCUMAThHYI0 aMILId-
Tyny u,, = 50 — 80 1B, oTHOCHTENBHYIO dHEPTHIO E,; =
= 80 - 100 gb u gnurenpuocts £, = 100 — 1500 mxec.

Hapsany ¢ ummyabcamu A, perucTpupyeMbIMu
Ha MPeAbIAYIINX CTaIUIX HarpyKeHus obpasma (cm.
puc. 3 u 6), Ha TpeTbeHd CTaAuU MOHUTOPUHTA Ha-
OI0faTH HOBBIE THIBI JIOKAITMOHHBIX HMIIYJIbCOB,
SHepreTuYecKue mapaMmerpsbl, POPMBI U CIIEKTPHI KO-
TOPBIX (prc. 9) CBUIETEIBCTBYIOT O IIEPEXoe paspy-
IIEHUU B TAaKeTe JaMWHATA OT Me30- K MaKpoMac-
rrabHOMY YPOBHIO.

IlonyueHHble TOBpEXIEHUA CTPYKTYPHI CJIOEB
JaMWHATA HA TPEIbIAYIINX CTATUAX HarpysKe-
HHS IPHU TOBBIIIEHWH PACTATUBAIOIIEH HATPy3KH
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Puc. 11. Pacnpenenenne AD cobbITHIl B 30HE JoKaIuu o6pasna (a), rpaduk ux HaKoIUieHus (0), aKTUBHOCTb PETHCTPAINH (8) U
JacToTa perucrpanuu uMiyabcos B kaacrepax H, C u B (¢2) Ha yerBepToii craguu (t, = 391 — 415 ¢) Harpy:KeHUs IPH IOBHIIIIe-
HuM pactaruBarouei gepopmanuu ot 1,09 1o 1,19 % B untepnane AP, = 11400 - 11960 H

Fig. 11. Distribution of AE events in the zone of location (a), their accumulation (), registration activity (c¢) and frequency of
pulse registration in clusters L, M, H (d) at the fourth loading stage (v, = 391 — 415 sec) at increasing level of tensile deforma-

tion from 1.09 to 1.19% in the range AP, = 11,400 — 11,960 N

B TEepHO] Ty HPHUBENIW K BO3HHUKHOBEHHIO paspy-
[IEHWH HA BCEX CTPYKTYPHBIX YPOBHIAX B BHe 06pa-
30BaHHUA CETKH TPEIINH B CI0IX JAMHHATA, MacCCO-
BOMY pPaspbIBy W BBIIEPTUBAHUIO BOJIOKOH, JIOKA/Ib-
HOMY HapyLIEeHUIO MexcaoeBoi aaresun. Ha puc. 10
npeancraBJI€HbI THUIINYHbIE BHU/IbI paspyuienusa
CTPYKTYPhI KOMITO3UTA HA TPEThEeH CTaquu HATPYKe-
HHsA obpasia.

Ha mocnenmeii cragviu HArpy:KeHHS B TEPHOJ
Ty = 391 — 415 ¢ ucobITaHUA IPU TOBBIIIEHUN YCH-
mug 10 mpenenbHol Harpysku P, = 11 880 H maxomn-
serue AD COOBITHH W aKTHBHOCTh MX PETHCTPALUN
MIOCTUTIIA CBOETO MAKCUMyMa H COOTBETCTBEHHO
cocraBimanu: (Ny)y, =3948en. u N, = tglay) =
(Nx)4/Aty = 3948/24 = 164,5 ex./c (cm. puc. 1, 6, 8).
Ha puc. 11 mokaszano pacupezneneHne perucTpupye-
MBIX COOBITHI AO B 30HE JIOKAIUK 06pasiia, ux Ha-
KOIUJIEHWE U aKTUBHOCTH PETUCTPAIUU B ITEPUOT Ty,
a TaKKe 4acToTa PEeruCTPAIMK UMITYJIbCOB B KIACTe-
pax H, C u B.

Bcero B mepmon v, = 391 — 415 ¢ wucnbiTaHuA
IIPY TOBBIIIEHHU YPOBHSA PACTATHUBAIOIIEH nedop-
mamnuu 70 €; = 1,19 % npu P, = 11 880 H ciomupo-
BaHO (Ny), = 3948 cobbrruit AJ. IlpusBenennaa Ha
puc. 11, @ KapTuHa WX pACIpENeNeHUs CBUIETEb-
cTByeT 0 ToM, 4T0o 6omee 90 % moKaluii BCeX COObI-
THH AO IPOMCXOIUIIO B IEHTPAILHON 00JacTH 00-
pasiia, rae MaKCuMaabHasa IIOTHOCTh COOBITHIH /OC-
turana N, = 180 ex./mm. KpuBaa naromrenusa A9
cobObITHi Ha puc. 11, 6 MoxeT 6bITH pa3dbuTa HA TPU
auHedHbIx yuactka (391-396¢c; 396-409c u

409 - 415 ¢), Ha KOTOPBIX AKTHBHOCTH PETUCTPAIAN
A9 cobbITHI 3aMeTHO OT/IHYajIach. MakCHMAaIbHY O
axkTuBHOCTE A N, pasuyo 260 ex./c u 320 ex./c, pe-
TUCTPUPOBAJIM COOTBETCTBEHHO B IEPBBIM U TPETUU
MepUoAbl YeTBEepPTOM craguu Harpy:xkeHusd. CuH-
XPOHHO M3MEHANACh W YaCTOTa PETHUCTPAIUU JIOKa-
[IMOHHBIX UMIIYJIBCOB B DHEPreTHYECKUX KJIacTepax
H, C u B (cm. puc. 11, 2). B nepuog 409 — 415 ¢ Ha-
TPY:KEHUS MPHU IIOBBIIMIEHUH YPOBHSI HAWOOIBIINX
pactaruBaonmx medopmanuii 1o e, = 1,19 % gac-
TOTA PETHUCTPAIUY WMILYJIbCOB B BHEPTETUIECKUX
KJIacTepax [AOCTHTala MaKCUMAIbBHBIX 3HAYEHUH:
oy = 112 I'; o = 324 I'i; wg = 5 ', B pesynbra-
Te HTOT0 B MOMEHT TIOTepPH 06pasIioM Hecyied co-
cobHocTH Ha 415 ¢ UCTBITAHUS BECOBOE COTEP:KAHIE
uMmiynscoB B kmacrepe C moswicmiocs g0 Wi =
=70 %, a B knacrepe H cuusunocs 1o Wy =29 %
(em. puce. 1, ). HecmoTps Ha pocT 4acTOTHI peru-
CTPAIUU BHICOKOIHEPTETUIECKUX CUTHAJIOB JI0 Wy =
= 51", BecoBoe cojepskaHWe HAKOILUIEHHBIX WM-
my1bcoB B Kiacrepe B He mpesbrmamo Wiy = 1 %.
Puc. 1,2 — e, oTpamaior IHHAMUKY HW3MEHEHUST
OCHOBHBIX MAapaMeTPOB PETHUCTPUPYEMBIX WMILYIh-
coB B mocienuuii mepuon Aty = 409 — 415 ¢ Harpy-
skeHUs o0pasiia — pPe3K0 BO3PaCTaad MaKCHMAalb-
HBIM U CpefHUN YPOBHU OTHOCHUTEJIHLHOU 3HEpPTUH,
aMIUTUTYABI U IjIUTelbHOCTH curHaioB AJ. Makcu-
MaJIbHbIE 3HAYEHUA ITHX IapPaMeTPOB B OTIAEIbHBIX
BBICOKODHEPTEeTUIECKUX UMILYJIhCaX COOTBETCTBEHHO
mocruranu E, = 135 - 145 nb, u,, = 100 - 110 b,
t, = 9000 — 13 000 mxc. OCHOBHOI MACCHB CUTHAJIOB
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Puc. 12. ®opmel (@) u crieKTpsI (6) EMITyIbCOB AD, pETHCTPUPYEMBIX HA YeTBEPTOH cTaauu HarpykeHud (v, = 409 — 415 ¢) mpu
TOBBIIIEHUH YPOBHS pacTaruBamiei gedopmaruu ot 1,09 1o 1,19 %, reHepupyeMbIx mpolieccaMyu MaKpoMaciuTabHOro paspy-
IIEHHUS B Pe3yJIbTaTe PacC/IOeHus rnakera jamuHara (1), 00pasoBaHUsI MaTUCTPAILHBIX TpeluH (2) u paspbiBa cioes (3)

Fig. 12. Typical shapes (a) and spectra (b) of AE pulses recorded at the fourth loading stage (t, = 409 — 415 sec) at increasing
level of tensile deformation in the range Ae; = 1.09 — 1.19% attributed to the processes of macro-scale fracture due to
delamination of the package (1), formation the main cracks (2) and breakage of the layers (3)

A9 umen crnemymoiue mapamerpsr: u,, = 40 — 90 nb,
E,=70-120 b, t, = 100 - 5000 mxc. Hapany c
WMIIyJIbCAMHU, PETUCTPUPYEMBIMH HA MPEIbIAYIINX
CTAIUAX HATPY:KEHUA, B 3AKIIOUUTEIHHBIN IIEPHUOT
Aty = 409 - 415 ¢ Harpy:KeHHs OTMEUYAIM HOBBIE
THIIBI JIOKAI[HOHHBIX UMITYJIHCOB, (DOPMBI U CIIEKTPHI
KOTOPBIX IIPHUBEIEHBI HA puc. 12.

Ha pwmc. 13 mpeacrasimena kapTuHA paspylie-
HHS aKeTa JJaMUHaTa 0 TOJIIHHe 00pasia, 3ape-
rucTpupoBaHHasg Ha 415 ¢ WCOBITAHUA IIPU TOBBI-
[IEHUHM YPOBHA PACTATHUBAIOIIEH medopMaIiu 0
e, =1,19% upu P, = 11880 H. Paspyiienue co-
IPOBOIKIAETCA MEKCI0eBbIM pacciauBanueMm (1),
o0pasoBaHMEM MAruCTPAIBHBIX TpemuH (2), mpoxo-
IAIIUX TI0 BCeH TOJIIWHE CIOEB, U UX paspbiBoM (3).

B zakmrouenne ananusza AO JaHHBIX PaselnM
BCE 3apErMCTPUPOBAHHBIE HA CTAMUIX HATPYKEHUS
obpasiia JOKAITMOHHBIE HMITyJIbChI Ha KJIACTEPHI,
CUTHAJIBI B KOTOPBIX MMEIOT MOXOJKKEe CIEeKTPhI pac-
MpeeeHus IIJI0OTHOCTH SHEPTUH U OTHOCATCS K aHa-
JIOTHYHBIM WX OJU3KMM II0 TPUPOJE UCTOYHUKOB
A9 cobwsrrusaM. Paspesnenue mpoBeneM B 110 mapa-
MeTpoB 1 — Af, THe KoasdumeHT maprUaIbHON
III0THOCTH dHepruu 1| = Hj, /Hp, oTpaxaeT COOTHO-

IIeHre MMKOBOM IoTHOCTH 3Hepruu Hy,,, perucrpu-
pyeMoii Ha JacTore f,,, K INIOTHOCTH 3Hepruu Hp,
BBIZIEJISIEMOM HA Pe30HAHCHOM yacrore fp = 160 l'ig
IpUMeHAeMbIX ImpeobpasoBateneii R15-a B mo-
moce mpomyckanua Af = 30 - 500 kl'iy mudposoro
dunpTpa AJ cucrembr A-Line 32D. Ha puc. 14 mo-
KasaHbl C(pOPMUPOBABIINECS B T0JIE JIECKPUITOPOB
n - Af wmacrepsl [ -V JOKAIMOHHBIX HMMILYJIBCOB,
XapakTepHbIe I ONpPEeIeJeHHBIX THUIIOB MCTOYHH-
KOB AD CUTHAJIOB.

ITH KJIACTepPhl OTPAKAIOT XapaKTepHbIe 00/IaCTH
YacTOT CIIEKTpPa, HA KOTOPBIX BBIAEIAETCI MaK-
CHMyM SHEPTHH PETUCTPUPYEMBIX HMILYJIbCOB.
Koadpumuenr maprimanbuoii smeprum 11 <1 cBH-
IeTelbCTBYeT O TOM, YTO MAKCHMAJIbHOE 3HAYEHUE
BBIJIEIIEMOHN SHEPTHUHU IPOUCXOIUT HA PE30HAHCHOM
gacrore npuMmensembix 1IAD. Ilpu 1 > 1 nukosas
9acToTa, Ha KOTOPOH PErHCTPHUPYeTCd MAaKCHUMyM
SHEPTHH CIEKTPA, OTINYaeTCsS OT PEe30HAHCHOM.
YpoBeHDb aApPIHATHHOTO K03 PUIHEHTA TTOKa3hIBa-
eT, BO CKOJIbKO Pa3 SHEPrHsd, BblesseMas Ha IHKO-
BOM YaCTOTE PEruCTPUPYEMOr0 HMILYJIbCA, IIPEBBI-
IIIaeT HHEPTrHIo, BBIAENIAEMYIO Ha PE30HAHCHOM dac-
TOTE MPUMEHIEeMOro mpeobpasosaress Ad.
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Puc. 13. Kapruna paspyiieHus makera JTaMHHATA, 3aPETH-
cTpupoBaHHad Ha 415 ¢ uCOBITAHNA IPU ITOBBIIIEHNH YPOBHSA
pacraruBamomein peopmanuu x0 & = 1,19 % mnpu P, =
= 11880 H, compoBoskgaroerocs Me:KCI0eBbIM pacCIarBa-
uueMm (1), o6pasoBaHUEM MArdCTPAIbHBIX TPEIUH (2) u pas-
pbIBOM ci0eB (3)

Fig. 13. The pattern of the laminate package fracture reg-
istered at 415 s of testing at increasing level of tensile defor-
mation up to g; = 1.19% at Py = 11880 N, accompanied by
delamination of the package (I), formation the main cracks
(2) and breakage of the layers (3)

Knacrep I Bknroyaer UMIyabChl, reHEpPUpPyEMbIe
MIPU BBITATHBAHWUM 00pasiia M3 3aXBaTOB HATPY:Ka-
IOI[ET0 CTEHa W BHIPHIBAHWM BOJIOKOH U3 CBA3Y-
omero. Kaacrep II xapakrepeH mis CHUrHAIOB,
BOBHHKAIOIINX B IMIPOI[ECCe HAPYIIEHUS aresuu
KJIEeBOTO COeIMHEHWS W PacCCAauBaHHsI IaKeTa Jia-
MWHATA HaA CTAIUAX Ts, ..., T4 HATPYKEHUA 00pasIia.
K xnacrepy III orHOCATCS HMIIyJILCHI, BO3HH-
Kamolue mpu o0pasOBaHWM TPEIWH B IMaKeTe Jia-
MWHATA, pas3pbIB€ BOJIOKOH, 00pAa30BAHWUM MAaru-
CTPaJIbHBIX TPEIUH U paspbiBe cioeB. Hiaacrep IV
BKJIIOUAET UMITYJIbChI, TeHEepUpyeMble HA CTAIUU T;
Harpy:KeHus oOpasiia B pesynbTare paclpIMICHHS
ApPMUPYIOIIKX BOJIOKOH ¥ JIOKAJIBHOTO HAPYIIEHUS
a[ire3uy Ha TPAHUIE UX CKPEIJIEHUS CO CBA3YIOIIHM.
Kmacrep V xapakrepeH ajisg CHUTHAJIOB, BO3HHUKA-
IOIUX TPU OTCIAWBAHUU CBA3YIOIIETO OT apMHPY-
IOIMX BOJIOKOH HA CTAgUAX Ty, ..., Ty HATPYKEHUT
obpasrma.

Heo6xoxuMo oTMeTHUTh, 4TO pasaeieHne Ha JTa-
e mocToOPaboTKH 3aPEeruCTPUPOBAHHOIO B X01e Ad
MOHHUTOPHHTA MACCHBA JIOKAIIMOHHBIX HMITYJIHCOB
Ha XapaKTepHbIe 71 BbIIEJIeHHBIX HCTOYHUKOB CHUT-
HAJIOB KJACTEPhI GBLIO MOJIYYeHO IMPU HCIOJIb30Ba-
Hum npeobpasosareneit R15-a ¢ pesonancHoi gac-
ToTo# fr = 160 kI'11 mpu momoce mpomyckanus 1ud-
posoro dunabrpa Af = 30 — 500 I'1; ¢ ucmoab30Ba-
HueMm cucreMmbl A-Line 32D. Ilpu ucnonb3oBanuu
IIAD ¢ uHOM pe3oHAHCHOM YacTOTOM W (MJIH) II0JIO-
coit Af mpomyckauus 1iudpoBoro (UIbTPa IPAHHUITHI
KJIaCTEPOB BBIJEIEHHBIX WCTOYHUKOB CUTHAJIOB M
oMeX B TIOJIe JECKPUITOPOB 1) —f MOTYT 3aMeTHO
OT/IMYATHCA OT NPUBENEHHBIX HA puc. 14, Tak Ke
Kak )OpPMBI U CIEKTPHI MMILYJIbCOB, 3aPETUCTPUPO-

m | 1vy v

0 50 100 150 200 250 300 350 Af, k'

Puc. 14. Knacreps: I - V 10KaIinoHHbIX HMITYIBECOB, 3apEry-
CTPHPOBAHHBIX B IIPOIlECCE PA3PYIIEHH: IIAKeTa OXHOHAI-
PABIIEHHOTO JIJAMUHATA, B IIOJIe TapaMeTpoB 1) — Af

Fig. 14. Clusters I -V of all location pulses registered dur-
ing fracture of the unidirectional laminate package in the
field of parameters n — Af

BaHHBIE C NTPUMEHEHHEM PEe30HAHCHBIX Ipeobpaso-
Baresei R15-a mipu mosoce mpomyckanusa 1ugpoBo-
ro gpunbTpa AJ cucrembr Af = 30 — 500 It u moka-
3aHHBIEe Ha puc. 3, 6, 9 u 12. Takasd 3aBHUCUMOCTH
MOATBEPIKIEHA pesyabraraMmu Ad MOHHUTOPHUHIA,
IIOJIy4YeHHBIMHU C IIPHMEHEHHEM IIMMHPOKOIIOJIOCHBIX
npeo6pasosaresneir UT-1000 (ITAD Ne 1, 2), mpexn-
yeunureneit 2-4-6 AST, mudposoro unabrpa ¢ mo-
socoi mporyckanuda curHamos Af = 50 — 2000 kI’
u cucreMbl cbopa u obpaborku AD mamubix PCI-2,
WCIIOJIb30BAHHON I BEPU(MPHUKAIUUA PE3yIHTATOB
MMPOBOAMMBIX HcciaenoBanuii. Ha puc. 15 mokasaubl
TUIINYHBIC (bOpMBI U CIEKTPBI JOKAITMOHHBIX HM-
IIyJIbCOB, PEerucTpupyemMnbIix HIXPOKOITIOJIOCHBIMH
npeo6pasosareaamu UT-1000 Ha pasHBbIX cTagusx
Harpy:KeHus odpasia.

CpaBHHUTENBHBIA aHAJIW3 WMILYJIbCOB, TIeHe-
PUPYyEMBIX OJHHUMHU U TEMHU K€ HCTOYHHUKaMHW H3JLY-
YeHWs, MOKa3al, 4To (POPMbI, CIIEKTPHI M JHEpre-
THYECKHE ITapaMeTpbl CUTHAIOB A9 CyIIeCTBeHHBIM
00pasoM B3aBHCAT OT AMILUIATYIHO-4YACTOTHOW Xa-
PAKTEPUCTHUKY MpeobpasoBaTesis, IMOJOCHI IPOITyC-
KaHUsA IIUQPPOBBIX (PHILTPOB, AKYCTHYECKOTO KaHa-
ja, B TOM 4wucie yganeHHoctd 1IAD orT mcrounuka
A9 coObITHIA, UX DHEPTUH, YCTAHOBIEHHOTO IIOPOTa
MUCKPUMUHAIIANA CUTHAJIOB Uy, 8 TAKMKE OT YaCTOTHI
IUCKPETU3ANU AD CHCTEMBL.

O6cy:xaenue pe3yabTaTOB

[Ipumenenne AD AUATHOCTUKHA M CHHXPOHHOM
BHU/IEOPETUCTPALUHN IIPU UCIBITAHUIX KOMITO3UTHBIX
00pasoB Ha pacTaKeHHe IIO3BOJUIO OCYIIECTBUTH
TIOBTATHBIH MOHHUTOPUHT IIPOIECCa HAKOILIEHUA I10-
BPEKIEHUH B CTPYKTYPE OTHOHAIIPABIEHHOTO JTAMHU-
HaTa U UIeHTH(PUITUPOBATH JIOKAIIMOHHBIE HMILYJIhb-
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ITapamerps! cTagnii HArpys;KeHUs 00pasna, PETUCTPUPYEMBIX COOBITHI U UMILYIHECOB AD

Parameters of the stages of the specimen loading, recorded events and AE pulses

Cragumu i
[Tapamerp 1 > 3 .
T, C 65 — 205 205 - 327 327 - 391 391 -415
P/P,, % 11,7 -41 41-77 77 -96 96 — 100,7
€, % 0,15-0,54 0,54-0,9 0,9-1,09 1,09-1,19
Ny, en. 302 1087 2235 3948
N, en./c 2,14 8,9 34,9 164,5
o, ' 13 12 45 112
e, I'ng 7 15 80 324
wg, I'g — — 1-2 5
Wy, % 75 -170 71-50 50 - 39 39-29
We, % 25-30 29 - 50 50 - 60 60 - 70
Wg, % — — 1 1
E,, nb 70 - 90 70 - 100 80-110 80 - 120
u,, 1b 40 - 60 40 - 80 50 — 85 50 - 90
t, C 50 - 300 100 - 750 100 - 1500 100 - 5000
Knacreps! criekTpos IIL, IV L., IV I..,V L.,V

ChbI, XapaKTepHbIe JJII IPOIECCOB Pa3pyIlleHusa Iia-
KeTa OJHOHAaIpaBieHHoro jamuHara [0°],g HA MUK-
po-, Me30- 1 MakpoMmaciTabuoMm ypoBuax. IIpomecc
HAKOIUIEHHUS TIOBPEIKICHUH U Pa3pyIIeHUs CTPYKTY-
pot ITIKM npu wmcneitanuu 06pasiioB OJHOHAIIPAB-
JIGHHOTO JIaMHHATA HA pacTSiKeHue ObLI pasiesieH
Ha YeThbIpe XapaKTepHbIe CTanuu (Tq, ..., Ty), KaKaad
13 KOTOPBIX OTPAKAET CTEIeHb [OBPE:KICHUA U Pas-
pYyIIeHHsa CTPYKTYPHBIX CBA3€H B IAKeTe OIHO-
HAIIPaBIEHHOTO JIAMUHATA HA MHUKPO-, ME30- ¥ MakK-
pomaciiTabuoM ypoBHAX. Mcxoms w3 MOIydeHHBIX
9KCIIEPUMEHTAIbHBIX JaHHBIX, B TA0IUIlE TIPUBEIe-
HbI 3HAYEHHUA TapaMeTPOB JJIs BbIJIeIeHHbIX CTaUH
HAKOIUIEHUSA TOBPEKAEHUU U paspylieHud IakKera
OJTHOHAIIPABJIEHHOTO JIAMHHATA OT JeHCTBUS PaCTH-
ruBamIei nedopMaiui — BECOBOE M YaCTOTHOE
pacrmpenenenue JOKAIMOHHBIX UMILyJIbCOB B SHEpre-
THYECKUX KJIACTEPax, UX OCHOBHBIE SHEPTETHUECKHE
¥ BpPEMEHHBbIE XapaKTePUCTHKH, 4 TaK:Ke KiiacTep-
HOe pasfesieHre CUTHAJIOB 0 CHEKTPATbHOU ILIOT-
HOCTH DHEPTHUU.

Kaxk crenyer us ananusa pesyabratoB A MOHH-
TOPHHTA PAa3pyIIEeHUs OIHOHAIPABIEHHOTO JIAMHU-
HaTa, Hamboiee MH(POPMATHUBHBIMU IApaMeTPAMH,
MIO3BOJIAIOIIUMH TOJIYIUTh HATJIATHOE IIPEJCTaB-
JIEHUE 0 HAKOIUIEHWH ITOBPEKIEHUN B AKETe JIaMH-
HaTa HA MHUKPO-, ME30- ¥ MAKpOMacCIITa0HOM YPOB-
HSX, SIBJSIOTCSI YaCTOTA PETHCTPAINH (); ¥ BECOBOTO
comepskanus W, TOKAIIMOHHBIX UMIIYJIbCOB B 9HEpre-
tryecknx kKinacrepax H, C, B. Jlumamuka nsmene-
HHA 9TUX [IapaMeTpoB, MOKa3aHHAd Ha puc. 1, 3, u,
HATJIAAHO OTPAaMKAeT TPEHAbl HAKOIUIEHUS ITOBPEK-
IEeHWH ¥ JaeT mpejcTaBieHue 00 HHTEHCHBHOCTH

IIPOUCXONAIINX paspylIeHUl B IaKeTe OJJHOHAIIPAB-
JIEHHOTO JJaMHHAaTa Ha BCeX CTPYKTYPHbBIX YPOBHAX.

Ha dorousobpakennax BUAEOCHEMKN paspyliie-
HUH KOMIIOBUTHOTO MaTepuasia, MPUBEIEHHBIX Ha
puc. 4, 7,9, 13, orpaskeHbl THIUYHBIE MOMEHTHI I10-
BPEKIEHUN CTPYKTYPHBIX CBSI3€U OJHOHAITPABIEH-
HOTO JIaMHHATa HAa MHUKPO-, Me30- U MaKpoMaciiTab-
HOM YPOBHAX, BO3HHUKAIOI[ME HA CTAAHUAX Ti, ..., T4
Harpy:keHus o0pasia. MoHUTOPHHT mpoIecca HAKO-
IUIEHUA IIOBPEKIEHUN U pPaspyIleHHs CTPYKTYPbI
IIKM c npuMeHeHHEM CHHXPOHHOH BHJEO- U AKyC-
THKO-dMHUCCHOHHOHN perucrpanuu Ad coOBITHI Jai
BO3MOJKHOCTH BBIABUTH OCHOBHBIE THUIIBI paspylile-
HHUS CTPYKTYpbl B TAaKeTe JIaAMHHATa Ha BbIIENIeH-
HBIX CTAAUAX HATPYKeHud 00pasia U UJeHTU(UIIH-
poBaTh TeHEpPUpPyeMbIe IIPU 3TOM JOKAI[HOHHbIE UM-
IyJIbChI, UX DHEPreTHYECKHe U BpeMeHHbIe Iapa-
MeTpsI, (popMy U cueKTp. B xoe moBBIIIIEHUA YPOB-
Hf PaCTATHUBAIOIIEH nedopMaIiuy Ha CTATUAX Ty, ...,
T, HarpyeHus o0pasiia PerucTPUPOBAH CIIENy-
0L THUIIBI JIOKAIIMOHHBIX UMILYIbCOB.

1. Curnasnpl, OTHOCAII[MECH K HUKHEMY SHepre-
TuueckoMy kjnacrepy H, cooTBercrBylomme paspy-
[IIEHHUI0 CTPYKTYPHBIX CBA3EH HA MHKPOMACIITA0OHOM
ypoBHe. OHM BOBHHUKAIOT B pe3yJibTaTe IpoIecca Jio-
KaJIbHOTO OTCIAUBAHMUS CBA3YIOIIETr0 B 00pa3soBaHus
MUKDPOTPEIHUH B XPYIIKOH CTPYKTYypPe MaTPHUIIBI CJIO-
€B BCIIE[ICTBHE PACIPAMJIEHUS APMUPYIOIAX BOJIO-
KOH Ha TEepBO# cTajuu HArpy:KeHus obpasmna (v, =
= 65— 205 ¢) mpu IpeBBIIIEHHN YPOBHA HAMOOIb-
IIUX AeopMaIiii B 30He MUHUMAIHHOTO CEYEHUT
obpasra g; = 0,15 %.
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2. CurHamibl, OTHOCAIIWECT K CpeJHeMY 3JHep-
reruueckomy kiaacrepy C, Ha MesomaciiTabHOM
YPOBHe, TeHepHUpyeMble IMpoljeccaMu 00pasoBaHUS
TPENUH Pa3IWYHON HAMPABIEHHOCTH B MATPHUIAX
ClI0eB JaMUHATA B pe3yJbTaTe OTCIAWBAHUA CBf-
3YIOIIIET0 OT APMUPYIOIIMX BOJIOKOH, 4 TaKKe HuX
paspeiBa u BbiAepruBaHusd. Haunbomblnyoo axkTHB-
HOCTh CHTHAJIOB BTOPOTO THIIA PETUCTPUPOBAIM HA
CTamusAx Ty, ..., T, [IPU IPEBBIINIEHUN YPOBHS HAU-
Oonbpiux medopMaiuii B 006JaCTH IEHTPAIBLHOTO
BoIpesa g, = 0,54 %.

3. Curnassl, OTHOCSIHMECH K BEPXHEMY dHEpre-
THYECKOMY KJIacTepy B, cooTBeTcTByIOIIHe paspy-
IIEHUI0 CTPYKTYPHBIX CBA3eH IpH MakpoMacuiTab-
HBIX Pas3pyIlleHusaX KOMIIO3UTHOTO MaTepuaia B
BHJIe MaCCOBOTO Pa3phbiBa apMUPYIOIINX BOJOKOH U
VX BBIJEPTUBAHNI, pPACCIauBaHUA MaKeTa JaMUHA-
Ta, 00pa3oBaHud MATHCTPANBHBIX TPEIUH U Pa3phl-
Ba croeB. Takue MMITYyILCHI PETUCTPHUPOBAIIH HA TI0-
CIIeIHUX CTAMUIX HATPYKeHus obpasia Ts, T, Mpu
MPEBBINIEHUN YPOBHA PACTATHUBAIOIIEH medopma-
muu g, = 0,9 %. IIpu sToOM UX BecoBoe comep:KaHue
W5 <1%, a gacrora peructpanuu wg< 5 I'm, uto
ObLIO 00YCIIOBIIEHO HU3KOU CKOPOCTHI0 HATPYIKEHU
00pas1os, He npesblmanei 10 mrm/c.

3axkJaroueHue

HcnonnszoBanme paspabOTAHHBIX KPUTEPHATD-
HBIX IIapaMeTpOB, METOAUK KJIACTEPHOTO U CIIEK-
TPaJbHOTO AaHANK3a I[PH AaKyCTUKO-dMHUCCHOHHOH
IUATHOCTUKE, OCYIIECTBJISEMOTO0 CHUHXPOHHO C BU-
Ie0CHEMKOHN HAKOIUIEHUA MTOBPEKICHNH B MaTepHa-
me obpasua IpH PACTSIKEHUM IMI03BOJUIO yCTAHO-
BHUTH IIEPEKPECTHBIE CBA3H MEKIY IIPOI[ECCOM Pas3py-
IIIEHUA CTPYKTYPHBIX CBA3€H B IIaKeTe OJHOHAIIPAB-
JIEHHOTO JaMWHATA HA MHKPO-, Me30- ¥ MaKpoMac-
mITA0HOM YPOBHAX, TE€HEPHUPYEMBIMH IIPH HSTOM
aKyCTUIECKUMU BOJTHAMU U PETHCTPUPYEMBIMU IIpe-
obpasoBarenaMu A JOKAIMOHHBIMH HUMILYIbCAMH:
UX DHEPruei, POpMOoK U CIIEKTPOM.

ConocraBnenrie A COOBITHIH, PETHCTPUPYEMBIX
Ha CTaAWAX HATPY;KEeHWS HCIBITHIBAEMOTO 00pasIia,
C KaJgpaM¥ BHIEOCHEMKH K MHKDPOCTPYKTYPHBIMU
M3MEPEeHUus MU T03BOJUIO CBA3aTh YACTOTY PEeru-
CTpaIl¥ U BECOBOE HAKOIUIEHHE JIOKAITMOHHBIX M-
IyJbCOB B HIDKHEM, CPEIHEM M BEPXHEM SHEpIeTH-
YeCKUX KJIACTEPax C IPOUCXONAIIUMYU Pa3pyIlIeHusI-
MU TTaKeTa OJHOHANPABIEHHOTO JAMUHATA HA MUK-
po-, Me30- U MakKpoMmacmTabHOM YPOBHAX. AHaIu3
SHEPTreTHYECKUX IIapaMeTpoB, (POPMBI H CIEKTPOB
JIOKAIIMOHHBIX UMILyJIbCOB, PETUCTPUPYEMBIX Ha CTa-
IUAX HATPYKEHUA UCCIAeAyeMbIX 00pasIioB, 1a1 BO3-
MOKHOCTH BBIABUTH XapaKTepHbIE THUIIBI CHUTHAJIOB
A3, reHepupyeMbIX IPH OTCIAUBAHUHU CBIA3YIOIIETO
OT apMHUPYIOIINUX BOJIOKOH, 00pa30BAaHUU TPEIINH B
MAaTPHIAX CJI0EB, Pa3phIBe BOJIOKOH, UX BBIIEPTUBA-
HUM W3 CBA3YIOIIETO, PACCIAVBAHUYN IIaKeTa JIaMu-

U8 byone N, HaBr
56 2652 137

T T T T
0 5004 m 15m 2m 257,810 o 200 400 600 oo £xln

LL., a5 Uil bupo N, H, B

s | M
5
.

T T T T T T
i s00u im 1.5m 2m 25mT 56 [ 200k 400k 00k

i1, 25 Up st oo N, | HaBidd

:|

T
CET R

T T T T T T
i s00u im 1.5m 2m 25mToa1s 0 200k 400k 00k

1L, x5 Urb bre N, | B
4000~ 3 5896 663

T T T T T T 1
0 500u m 1.5m 2m 25m T,mc 0 200 400k 600k eooc £, xl

L, 25 Uib b N, | HoBidd

204
10
| 5

T T T T T T T 1
i 500 m 18m am 25m Toste 0 200K 400K 600k sk f,xu

Puc. 15. @opmebl (@) u crekrps! (6) TOKAIMOHHBIX HMILYIb-
coB, perucrpupyeMmbix npeodbpasosaremaymu UT-1000 ua cra-
IUAX HATPY:KeHHs 00pasiia, reHepupyeMbIX MPOIeCCaMu OT-
neneHus csasyworiero (1) oT BOJIOKOH, 06pa3oBaHusA TPEIHH
B MaTpHUIlax cioes (2), paspbiBa BOJIOKOH (3), MX BbIPbIBAHUS
w3 cBa3ymolero (4), MexcI0eBoro paccianBanusi (5)

Fig. 15. The shapes (a) and spectra (b) of the location
pulses recorded by the UT-1000 transducers at the stages of
specimen loading, attributed to binder peeling from the fi-
bers (1), formation of cracks in the matrix of layers (2),
breakage of the fibers (3), their pulling out from the binder
(4), and interlayer delamination (5)

HaTa, 00pa30BAHUH MAarUCTPAIbHBIX TPEIWH U pas-
PBIBE CIIOEB.

BecoBrie xapaxtepucruru W, perucrpanuu
UMIyJIbcOB AD B KiacTepax HUKHEr0, CPeIHEero u
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BEPXHEro YHEePreTHIYeCKUX YPOBHEH AaT uHdpopMa-
IIHIO O IPOIiecce HAKOIJIEHU ITOBPEKIEHNH Ha MUK-
po-, Me30- ¥ MaKpOMAacIITa0HOM YPOBHAX, a YaCTOT-
HbIE IIapaMeTPhI (); OTPAKAIOT CTEIIEHb BO3IeHCTBUI
MpuUJIaraeMoi HATPY3KH Ha IIPOIEeCC ITOBPEKISHNs U
paspyIIieHnuss CTPYKTYPHBIX CBA3€H KOHCTPYKIIMOH-
HOro Marepuaina. KoMmiuiekcHoe ucoab3oBaHue 4ac-
TOTHBIX (); ¥ BeCOBbIX W, mapaMeTpoB perucTpanuu
JIOKAITMOHHBIX HMILYJIbCOB B DHEPreTUYECKHUX KJia-
crepax H, C u B ipu A9 guarmocTrke uceieayemMbix
9JIEMEHTOB KOHCTPYKIIMH II03BOJIIET B PEKUME pe-
aJIbHOTO BPEMEHH IIOJIyYUTh 00j1ee HHQPOPMATUBHYIO
KapTHHY HAKOILICHHS ITOBPEKIEHNUS U Pa3pyIIeHUs
KOHCTPYKITHOHHOTO MaTepHajia Ha BCEX CTPYKTYp-
HBIX YPOBHSX, a CJIENOBATEIbHO, IIOBBICUTH JOCTO-
BEPHOCTD OIEHKH OCTATOYHOU MPOYHOCTU U3MIEIH.

duHaHCHpPOBAHHE

Pa6ora Beimonuena npu moaaep:kke Poccuiicko-
ro Hay4dHOTO (horzaa (mpoext Ne 18-19-00351).
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YCTAHOBKA [IJI1 OIIPEJIEJIEHHSI YCTAJIOCTHOM JTOJITOBEUYHOCTHU
BHYTPUCOCYAUCTBIX CTEHTOB
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Jl7151 BocCTaHOBIIEHUS IPOCBETA CTEHO3UPOBAHHBIX KPOBEHOCHBIX COCYZOB UCIIOIB3YIOT METAILIN-
YecKre CTEHTHI, KOTOPBhIE II0C/Ie UMIUTAHTAINN IOKU3HEHHO OCTAIOTCA B OPraHu3Me YeI0BeKa.
Heob6xoaumble ycioBrs yCHOENTHOTO UCIIOIB30BAHNSA TAKUX UMILIAHTATOB — BBICOKHE 3HAYEHUS
WX YCTAJIOCTHOM IIPOYHOCTH U JIOJITOBEYHOCTH. ¥ CTPOMCTBA II0 OIPEEIEHUI0 YCTAIOCTHOH J0JI-
TOBEYHOCTH CTEHTOB Yallle BCEr0 OCHOBAHBI Ha WCIIOIb30BAHUY N3MEHEHHUs AUuaMeTpa I0IuMep-
HOM TpYOKH, IMUATHPYIOIEH KPOBEHOCHBIH COCY/I, B KOTOPYIO TIOMEIIIeH CTEHT COOTBETCTBYIOIIIe-
TO JuaMeTpa. Y CTaHOBKH IIO OIIPENEeIEHUI0 YCTAIOCTHOU JOJITOBEYHOCTH CTEHTOB B OCHOBHOM
[Ipe/ICTaBIEeHbI 3apy0esKHBIMY (PUPMAMU ¥ UMEIOT BHICOKYIO0 CTOMMOCTh. ABTOpamMu paspaboraHa
CPaBHUTENBHO IIPOCTas ¥ HeJoporas HCCIe0BATENbCKAA YCTAHOBKA, B KOTOPOM IMKIMIECKOe
HArpyKeHUe Pean3yercs 0 cXeMe «M3rub ¢ BpaineHueM». J[J1s mpoBeieHus UCIIBITAHMIA CTEHT
IIOMEINAIOT BHYTPh CUJIMKOHOBOM TPYOKH, JUaMeTp KOTOPOH COOTBETCTBYET AUAMETPY KPOBEHOC-
HOTO COCyZla, B KOTOPOM Oy/IeT yCTAHOBJIEH JaHHbBIA cTeHT. KOHIbI TpyOKH 3aKpeIvIsioT Ha Bpa-
[IAIOIIUXCA BAaX, PACIOJIOKEHHBIX B IOIIWIHUKAX. [lepemMernas OMUH ¥M3 HOAIINITHUKOB,
MOKHO MEHATH paauyc usruba Tpyoku R 1, COOTBETCTBEHHO, CTEIeHb 1ed)OPMAIIMH 3JIEMEHTOB
crerTa. [lnardopmy co creHTOM pasMeraloT B pe3epByape, 3ar0IHEHHOM (DU3HOIOTMIECKUAM
pacrBopoM. BHyTpH pesepByapa MOCpeACTBOM pagrHaTopa MOIIAEP/KUBAIOT ITOCTOSHHYIO TEeMIIe-
parypy. Yacrory Bparenus BapbupyioT a0 60 I'i;, oqHOBpEMEHHO MOKHO WCHBITHIBATH MIATH
cTeHTOB. B mporiecce ucmpITaHUi peasnsyeTcs IMUKINYECKOe HarpyeHue ¢ KoddHuImeHTOM
acuMMeTpHH ITUKIa, paBHbIM —1. Ha u3roToBneHHOIH ycTaHOBKE MPOBEEHBI KOHTPOJIbHBIE HC-
MIBITAHKA CAMOPACIIUPAIOIINXCA CTEHTOB U3 CILIABA Ha OCHOBE HUKEIN/A TUTAHA JIBYX TUIIOPA3-
MepOB: IIepBBIH — auaMeTpoM 8 u JIuHOH 60 MM, BTopoi — guamerpoM 4 MM u IyinHOH 30 MM.
Temneparypa usnomormaeckoro pacrsopa — (37 + 2) °C, yacrora Bpamienus Bana — 50 I'ir.
Pannyc usruba R ~ 250 mm. McniprTanus nmokasanu, YTo pa3paboTaHHOE YCTPOHCTBO MOKET OBbITh
9 eKTHBHO UCIOIB30BAHO I IPOBEJEHNS YCKOPEHHBIX YCTATIOCTHBIX UCIIBITAHUH CTEHTOB.

KroueBble c/10Ba: BHYTPHUCOCYIUCTBINA CTEHT; [IMKIMIECKOe HATPY KEeHHe; YCTAIOCTHAS [[0JIr0-
BEYHOCTH; KPOBEHOCHBIU COCY/I.

DEVICE FOR DETERMINATION OF THE FATIGUE DURABILITY
OF INTRAVASCULAR STENTS
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Metal stents used to restore the lumen of stenotic blood vessels remain in the human body for life after
their implantation. Their high fatigue strength and durability are necessary conditions for the successful
use of the implants. Devices intended for testing the fatigue durability of stents are most often based on
using a polymer tube of changeable diameter which imitates the blood vessel into which the stent of the
corresponding size is placed. The devices are often foreign made and rather expensive. The authors devel-
oped a relatively simple and not expensive research facility in which cyclic loading is realized by “rotating
bending” scheme. A stent is placed inside the silicone tube having the diameter corresponding to that of
the blood vessel in which the stent will be installed. The ends of the tube are fixed on the rotating shafts,
which in turn are located in the bearings. Moving one of the bearings changes the bending radius of the
tube R and, accordingly, the degree of deformation of the stent elements. The platform with the stent is lo-
cated in the tank filled with saline solution. A radiator maintains a constant temperature inside the tank.
The rotation frequency can be varied up to 60 Hz, five stents can be tested simultaneously. Cyclic loading
is realized with a stress ratio equal to 1. We have tested two typical sizes of self-expanding stents made of
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the alloy based on titanium nickelide: the first being 8 mm in diameter and 60 mm in length, and the sec-
ond one — 4 mm in diameter and 30 mm in length. The temperature of the saline solution was (37 = 2)°C,
the rotation frequency of the shaft — 50 Hz. The bending radius was R ~ 250 mm. Tests showed that the
developed device can be effectively used for accelerated fatigue tests of stents.

Keywords: intravascular stent; cyclic loading; fatigue durability; blood vessel.

Beenenue

ITpu 3a60eBaHUAX ATEPOCKIEPO30M YaCThIM OC-
JIOKHEHWEM ABJIAETCA Cy:KeHUe IIPOoCBeTa KPOBEeHOC-
HBIX COCY/IOB B pe3yjbrare 00pasoBAHUS OJIAIIEK.
Il BOoCCTAHOBIIEHHST IPOCBETA COCYAOB HCIIOIB3Y-
0T METAINYECKHEe CTEHTBI, KOTOPbIe MPeICTABIIs-
0T cO00¥ NHIUHIPHUYIECKYIO CEeT4aTyi KOHCTPYK-
U0, UMEIOIIYI0 PA3INYHbIe TUAMETP U JINHY B 3a-
BHCHMOCTH OT AMAMeTpPa COCyJa U IIUHBI Cy:KeHHO-
ro cerMeHTa. B HacTosAIee BpeMs CTeHT yCTaHABIIH-
BAIOT B COCy[ IIyTeM SHAOBACKYJSPHOW Oleparuu
[1]. CrenTsI mociIe UMILIAHTAIIUA IIOKU3HEHHO OC-
TAIOTCI B OPTAHH3Me YesloBeKa. B KpOBEHOCHBIX CO-
CyZax CTEHTHI MOCTOSHHO HCIIBITHLIBAIOT ITUKIWYE-
CKMe HATPy3KH, CBI3aHHBbIE KAK C U3MEHEHUEM [IHa-
MeTpa cocyla MPU U3MEHEeHUU apTepUabHOTO J1aB-
JIeHUs, TaK U C gAedopMalieil B pe3yibTare ecrect-
BEHHBIX [BUKEHHUU YeIoBeKa. 1109ToOMy OgHMM Wu3
HEO00XOUMBIX YCIOBHUM YCIIEITHOTO MCIIONH30BAHUS
TaKUX UMIUIAHTATOB SIBJISIETCS WX BBICOKAA YCTAJO-
cTHadg noaroBeuHocTb. B Poccum mma momyuenws
pasperenus PocaapaBHazzopa Ha MPOU3BOJCTBO U
MPUMEHEHNe BHYTPHUCOCYIUCTBIX CTEHTOB UX yCTa-
JIOCTHAS [[OJITOBEYHOCTh JIOJKHA COOTBETCTBOBATH
tpebopanusam ['OCT P MCO 25539-2-2012 [2], ko-
TOPBIA HACHTUYEH MEKIYHAPOAHOMY CTAHIAPTY
ISO 25539-2:2008 [3]. B aTux cramgaprax ycTaHOB-
JIEHO HOPMATHBHOE KOJMYECTBO IMKJIOB HArpy:Ke-
aua (400 - 10%), koropoe He MOMKHO NPUBOAUTH K
HAPYIIEHUIO I[eI0CTHOCTH CTEHTOB. JTO KOJIUIECTBO
ITUKJIOB PACCUUTAHO U3 Ipeamoioxkenus 10-meTHed
paboThl MMILTAHTATA B OPTAHW3ME YEeJIOBEKA IPH
yacrore mynbkca 70 ynapos B muHyTy. [louTn Takoe
e KomumdecTBo UKIOB (380 - 10°) ykasano u B ame-
puranckom craagapre ASTM F2477-07 [4].

B sTux e crammaprax periaMeHTHPOBAHO, YTO
OIIEHKA YCTAIOCTHOM JIOJITOBEYHOCTH CTEHTOB J[OJIK-
Ha ObITH BBINOJIHEHA TPH OKUIAEMBIX (PH3UOIOTH-
YeCKHX YCIOBHUAX. B HacTosIee BpeMsa He cTaHaap-
TH3UPOBAHBI METO/bI MCIIBITAHUS JIJIsT OIIEHKH BJIVIS-
HUAS (PU3MOJOTHUECKUX BHUIOB HATPY3KH, KPOMe pa-
nuanbHOM cuibl. [loaToMy B KauecTBe OCHOBHOM pe-
KOMEH/IOBAHA CXe€Ma WCIBITAHWN Ha YCTAJIOCTHYIO
MPOYHOCTH CTEHTOB B YCIOBUIX ITUKIMIECKON PajIu-
ansuOu Harpysku (Pulsatile Durability Testing of
Vascular Stents), KoTopas sakmarouaerca B ciexy-
foreM. VCIbITYyeMbIH CTEHT IIOMeIalT B 3jac-
THYHYI0 TPYOKy (M3 jlaTeKca WIM CHIMKOHA) aua-
MEeTpPOM, COOTBETCTBYIOIIMM KPOBEHOCHOMY COCYIY.
B tpy6ky mox maBieHHeM MOAAETCS KUAKOCTH (Kak
npaBwio, pusuosorudeckuii pacteop). Ilox Bosxeii-

CTBUEM JIABJIEHUS JKUTKOCTH TPyOKa YBETMINBAELTCS
B [UaMeTpe, UMUTHPYsS yBeJIHUYEeHHE AHAMEeTpa COo-
CyAa TTpW TOBBIIIEHUH KPOBAHOTO [ABJIEHHA.
Ilockombky [1] muameTp cTeHTa B PAaCKPBITOM CO-
CTOSHUU JIOJKEH OBITH OOJIbIlle BHYTPEHHETO Aua-
MeTpa cocyla, Kak mpaBwio, Ha 1 wiu 2 MM, TO
BMECTE C YBEJIMYEHWEM JuaMeTpa TPYOKH COOTBET-
CTBEHHO yBEJIMYUBAETCA U auamerp creHrta. M3me-
HEHUEe [aBJIeHUA BbIOMpaeTcd HCXOOd W3 (PU3UO-
JIOTUYECKUX 3HAYEHUH CHCTOIHYECKOTO U JUACTOIH-
YECKOTO [aBJI€HUA B HMMHUTHUPYEMOM KPOBEHOCHOM
cocyme. B wacrtHOCTHM, 171 KOPOHAPHOTO CTEHTA
npejaraeMblii AHANAa30H AABIEHUS COCTABISAET OT
80 mo 160 mm pr.ct. [4]. IIpu BeIGOpPE HACTOTHI H3Me-
HEHUsA [aBJICHUA HCXOIAT W3 KOMIIPOMUCCA MEKIY
COKpallleHueM BPEeMEeHM HCIIBITAHWH 0 PeriaMeHT-
HOTO 3HAYEHWS KOJMYECTBA ITUKJIOB M MUHUMHU3AIIH-
el BIUAHUS YaCTOThI HATPYIKEHHSI Ha YCTAIOCTHBIE
XapaKTEePUCTHKU CTEHTA. ¥ CTATOCTHDBIE UCIBITAHUA
CTEHTOB 10 OIIMCAHHOMH cXeMe MPOBOJAT Ha YCTAHOB-
Kax sapyoe:xubix gupm. Hampumep, dpupma TA In-
struments TpoBOAUT cUCTEMY HCCIETOBAHUSI CTEH-
toB DuraPulse SGT, ¢upma Dynatek Labs wusro-
taBnuBaer cucremy SVP-24 Stent Tester. B Poccun
YCTaHOBKHM MOA0GHOTO THUIIA HE TIPOU3BOJAT.

B GonbiuacTBE MyOMMKAIIANE TPUBOASITCSI CBE-
JIeHusa 00 WCHOJIb30BAHUU YaCTOThI HATPYKEHHUA OT
30 [5] mo 50 — 60 I'ry [6 — 8]. Ho masxe mpu uacrore
50 'y mis mabopa 400 - 106 muknos TpeGyercs He-
TpepbIBHAA paboTa UCIIBITATETLHOTO 000PYI0BAHUA
B Teuenre 90 cyrok. [TosTomy Ha cragum paspabor-
KU Iu3afiHa W TEeXHOJIOTHH W3TOTOBIEHHUS CTEHTOB
IUIS OIEHKH KX YCTAJIOCTHBIX CBOMCTB HCITOIB3YIOT
MOJIEIMPOBAHME METOJ0M KOHEYHBIX JJIEMEHTOB
[9 - 17]. Tem He MeHee 711 BepUPUKAINH CTEHTOB,
paspaboTaHHBIX C IPUMEHEHWEM MEeTOA0B KOMIIbIO-
TEPHOTO MOJIETUPOBAHUSA, HEOOXOAMMO IIPOBEIeHIe
9KCIIEPUMEHTANBHbIX wucciaemoBanuii. Ilpu srom
YCTAJIOCTHBIE UCIIBITAHUS CTEHTOB MOTYT OBITH IIPO-
BEIeHBI MIPY OTINIHBIX OT KOMIBIOTEPHBIX MOJEIIEH
cxXeMax WX HATPY:KeHHUA U [IPU MEHBIINX 3HAYEHUIX
KOJIMYECTBA IUKIIOB.

B crammapre ASTM [18] mpuBemenbl cxeMbl
YCTAJIOCTHBIX WCIIBITAHUU CTEHTOB IIPH OCEBOM Ha-
TPY:KEHUH, U3rude U KPYyIeHUH, KOTOPbIE UCII0Ib30-
BaHbI B psaje uccienosanuii [19]. B nannoit pabore
VI OIpeeeHns YCTAJIOCTHBIX XapaKTEPUCTHK
BHYTPHUCOCYIUCTBIX CTEHTOB IIPEIJI0KEHO HCIIONb-
30BaTh CXeMy HATPYKEHHS «H3THO C BpaIeHHEM».
Taxkas cxema IIUPOKO UCIOAb3YeTCA I UCCIe0Ba-
HHS YCTAIOCTH ITMIMHAPUIECKUX 00pa3IOB U H3JIe-
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Puc. 1. YcranoBka 10 OnpeeseHuio yCTAJIOCTHOM JI0JIro-
BE€YHOCTH CTEHTOB

Fig. 1. Device for determination of the fatigue durability of
stents

quii. OnHUM 13 BAPHAHTOB HCIIBITAHUM 110 JAHHOH
cxeMe SIBJISIETCS CIIOCO0O MCITBITAHHUS TOHKHX IIPOBO-
aok [20]. OmHAKO AJIS WCIBITAHUS BHYTPHUCOCYIH-
CTBIX CTEHTOB, HMEIOIIUX TOCTATOYHO CJIOKHYIO
dopmy, cyIecTByIOIIe YCTAHOBKH He [PUTOTHEI.

YceraHOBKA I MCHBITAHHA CTEHTOB

B USIIM CO PAH paspaborana cpaBHUTEIHHO
IIpOCTas HCCIIe0BaTeIbCKAs yCTAHOBKA, B KOTOPOU
[UKINIECKOe HATPYIKEHWe peanusyeTcsd II0 CXeMe
«u3rub c BpameHuem». Pororpadus paspaboran-
HOHM ycTaHOBKH NpuBeseHa Ha puc. 1. OcHoBo# yc-
TaHOBKMU ABJAETCA pe3epByap, KOTOPbIA U3TOTOBJIEH
M3 MPO3PAYHOro MOJUKAPOOHATA TOIMIUHON 10 MM.

IIpu ucmbITAHUIX STOT Pe3sepByap B COOTBETCTBHH C
tpeboBanusamu ['OCT P UCO 25539-2-2012 zamoa-

HseTcd (PUBHOJOTHIECKHM PaCTBOPOM TakuM o0pa-
30M, YTOOBI MPH KCHBITAHUAX CTEHTHI IOJHOCTBHIO
HaXOJUJIUCh B pacTBope. BHyTpu pesepByapa BOIH-
3W [[HA PACIIONIOKEH PAgUaToOp M3 MEeTHOH TPYOKH,
II0 KOTOPOMY IIOCTOSHHO IIPOTOHSAETCA IKUAKUH
TEeILIOHOCUTENDb (IIPOIUICHTINKOIb) C IIOCTOSHHOM
TeMIIepaTypo, KOTopas B aBTOMAaTUIECKOM PeKUME
noamep:xuBaerca ¢ momoirbio Tepmocrara LAUDA
Ecoline Staredition RE 106. Temneparypa Terwio-
HOCHUTEA TOA0UpaeTcs TakuM 00pasoM, 4To0bI (u-
3UOJIOTHYECKUH PACTBOP B IIPOIECCE UCIIHITAHUN
umen temmeparypy (37 = 2) °C, T.e. Temmeparypy
YeJI0BeYeCKoro opranusMa. g KOHTPOJIA HCIONb-
3yeTcsa TepMOMETpP OJJIEKTPOHHBIN J1ab0pPaTOPHBIH
JIT-300.

Il IpoBemeHusT UCIBITAHUIE II0 CXeMe «H3THO
C BpallleHHeM» CTEHT TaK e, KaK W IIPU CXeMe
HCIBITAHUH «IIyJIhCUPYIOIlee PaguaIbHoe HATPYKe-
HHe», TIOMEeIaeTci BHYTPb CUIWKOHOBOU WJIHM Jia-
TEeKCHOW TpyOKu. BHyTpeHHwuii nuaMerp IaHHOH
TPyOKM COOTBETCTBYET BHyTPEHHEMY THAMETPY KPO-
BEHOCHOTO COCyZa, [ KOTOPOTO IIpeJHasHAYEH
nmauHbIl creHT (puc. 2). Ha KoHmax BaioB, HA KOTO-
PBIX KpemsaTcd MoJuMepHbIe TPYOKH C PaCIOIOoKeH-
HBIM BHYTPH CTEHTOM, IIPEJyCMOTPEHA BO3MOK-
HOCTh M3MEHEHHUA UX [uaMeTpa ¢ IOMOIIBI0 Pe3b0o-
BOTO COEIMHEHWUS C BAJIOM J[OTIOJIHUTEIBHBIX TPYOOK
W3 Hep)KaBeloIleld CTald COOTBETCTBYIOIIETO ua-
Metpa. Ha puc. 2 BUgHBI KOHIIBI BEPXHETO U HUKHE-
T0 BaJOB C TOCAMOYHBIMU MECTAMH A IIOIUMEp-
HBIX TPYOOK C BHyTPEeHHUMH auaMerpamu 4 u 8 M.

B Banax, pasmerieHHbIX HA MOAIIUITHAKAX, HMe-
I0TCA OTBEPCTH, YTOOBI (PHU3UOIOTHIUECKUH PACTBOP
MUPKYJIUPOBAT BHYTPH TPYOKHM W OMBIBAJI CTEHT
BO BpeMs wmcmblTanuit. KoHery Bana, pacmosioixeH-
HOTO B BEPXHEH YacTH, COeIMHEH MATKON MyQTOM
C 9JIEKTPOMOTOPOM. BepXHWH ¥ HUKHWH ITOIITAIHI-

6 [Todurimur
Ban
Ypobers =]
Xuokocmi
Ipuyoka
Cmexm
L
4 Ban
i
(Todunins

Puc. 2. Poro dpparmenrTa ysia pasMeieHnus CTEHTOR B IOJUMEPHBIX TPYOKAX HA YCTAHOBKe (@) U cxeMa pasMmelenus creHTa (0)

Fig. 2. Photo of the fragment of the stent placement unit in the polymer tube on the device (a) and the stent placement

scheme (b)
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KH, B CBOIO OUepe[b, C HeOOIBIIINM HATATOM pasMe-
I[EHbl B OTBEPCTUSIX CIEIMATbHO H3TOTOBJIEHHBIX
OIPABOK M3 KAMPOJIOHA. JTHU OMPABKA MOTYT IIe-
pemernarsca MeKIy OBYMS MapasuielbHBIMHU ILIa-
CTUHAMH TIO CAENIaHHBIM B HUX IIPOPE3AM, 00eCIIeIn-
Bag HEOOXOOWMBIN pPauyC H3ruda IMMOJIUMEpPHOMH
TPYOKHU CO CTEHTOM.

Bepxuuit Baa ¢ TOAMIMIHUKOM HA OIPABKE Ke-
CTKO 3akperuvieH Ha miatgopme. Ha sroit ke mmar-
opme yCTAaHOBIEH SIEKTPOMOTOP IIOCTOSHHOTO
TOKa, 0Chb KOTOPOTO TOJIMMEPHOH TPYOKOH coemmue-
Ha C BBICTYIAIOIIAM KOHIIOM BEPXHEro Baja. JJeK-
TPOIIUTAHHUE MOTOPA OCYIIECTBIAETCA OT UCTOYHUKA
nocrosgaHoro Toxka Mastech HY10010E. Ha rakoii
YCTAHOBKE OJJHOBPEMEHHO MOKHO HUCIIBITHIBATD IIITh
CTEHTOB KAK OJHOTO THIIOpasMepa C OJMHAKOBBIM
WIN Pa3IUYHBIM PAJUyCcoOM U3THba IMIOIUMEpPHOU
TpyOKH, TAK ¥ PasHBIX THUIOPasMepoB. Makcumamnb-
Had yactora Bpamenus — 60 ', yacrora Harpy:xe-
HUSA KOHTPoJupyeTcs yacroromepom Testo 465.

IIpoBenenupiil Ha MEPBOM dTAle ITPOEKTUPOBA-
HHSA YCTAHOBKHU aHAJIN3 JIUTEPATYPHBIX AAHHBIX I10-
Ka3aJ, 4TO MPU COMOCTABUMOM WM3MEHEHHH [JINHBI
CTEHTA IIPH CXeMaX «IIyJIbCUPYIolllee HATPYKEHUE B
panuaIbHOM HAIPABIEHUH» U «IUCTHIA U3THO» MaK-
CUMaJIbHbIE HATIPAKEHUA U JedopMaIliui B 3JI€MeH-
TaxX CTEHTA 3aMETHO BHIIIEe BO BTOpoM ciy4ae [11].

OCHOBHBIMH KOHCTPYKTUBHBIMH 3JIeMEHTAMU
CTEHTa SBJAIOTCI KOPOHBI M3 V-00pasHbIX 3IeMeH-
TOB, KaMKIBIH U3 KOTOPBIX 00pasoBaH cTpaTaMu, Ko-
poHBI coexuHeHbI MocTamu (puc. 3, a). Ilpu ucosira-
HUSX IIyJTbCAPYIOIINM HATPYKEHUEM B PagHaIbHOM
HAIPaBICHWH JWUAMETDP CTEHTA YBEIWYHUBAETCS
BCJIE[ICTBHE IT0[aY¥ MAKCUMAIbHOTO IABIEHUS HKHU]I-
KOCTH B TPYOKM, B KOTOPBIX pPasMEI[€HbI CTEHTHI,
KOHITbI V-00pa3HBIX 3JIEMEHTOB CTEHTA PACXOIATCS
¥ yTOJI MEXKAYy HUMHU CTAHOBUTCA 6OJIBINE — ITHHA
crerra ymeHbInaercd. [Ipu copoce maBienus 1o Mu-
HHUMAJIbHOW BEJIWYHHBI YIOJ PACKPBITHA V-00pas-
HBIX DJIEMEHTOB CTEHTA BO3BpAIaeTcd K HUCXOMHOU
BenuunHe. [Ipy UCHBITAHWHU CTEHTA 10 CXEMe «H3-
rub ¢ BpaleHueM» anuHa L; cTOPOHBI CTEHTA, KOTO-
pas obpaiieHa BHYTPb OKPY:KHOCTH, IO Jyre KOTO-
poii ma3rmbaercd CTEHT, YMEHbIIaercs, a IiauHa L,
€r0 CTOPOHBI, KOTOpad o0pallleHa HapYKy, YBETHIH-
Baercd (puc. 3, 6). Takum 00pazoM, MOKHO IIPEIIIO-
JIaraTh, 4To JeopMaIius CTeHTa MIPU 06eUX cXeMax
HCIIBITAHUH OyIeT Mo J00HOH.

Panuyc oxpy:xHOCTH, TIO Ayre KOTOPOM m3ruba-
eTCsl CTEHT, PACCUMTHIBAIM CIEAYIOIAM 00pasoM.
Crparsl B CcTpyKType cTeHTa 06pasyior V-o6pasHbIil
9JIEMEHT, WIN PaBHOOEIPEHHBIH TPEYroIbHUK, CTO-
POHAMH KOTOPOTO OHU SBJISIOTCH, OCHOBAHUE ITOTO
TPEYTOJbHUKA P — 3T0 4acTh JIHUHBI OKPY/KHOCTH
crenra L, (cM. puc. 3, a). Ilpu ucnplTaHuAX IyIb-

6 I%
Ypoberk
Xudkocmu

oo

..,
KR

Puc. 3. dmeMeHTHI CTPYKTYPhI BHYTPUCOCYAUCTOTO CTEHTa (@) U cXeMa pasMeIleHus BHYyTPUCOCYAUCTOro creHTa (6): I — Kopo-

Ha; 2 — cTpara; 3 — MOCT

Fig. 3. Elements of the intravascular stent structure (@) and the stent placement scheme (b): I — crown; 2 — strut; 3 —

bridge
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Puc. 4. Paspyiienue sjaemeHnTa KOHCTPYKIIMH CTeHTa (@) U ITOBEPXHOCTH paspyiienus (6)

Fig. 4. Destruction of the stent element (a), fracture surface (b)

CHPYIOIIUM HATPYKEHHUEM B PAJUaIbHOM HAIpaBJe-
Huu [5 — 8] mponcxomuT U3MeHeHre JHAMeTpa CTEH-
ta Ha 5 — 10 %. Takum obpasom, 3HAA BEIUIUHY U3-
MEHEHHs [uaMeTpa CTEeHTa, MOKHO HAWTH H3MeHe-
HYe JJTUHBI eT0 OKPYXKHOCTH L, 3Had u3MeHeHHe
L,,, otipeniesiseM ocHOBaHUe TpeyroiabHuKa P u, co-
OTBETCTBEHHO, YTOJ PACKPBITHSI MEKAY CTpaTaMu
Qerp. 1IpH yBemMdMeHWM NJTMHBI OKPYXKHOCTH yBeJHU-
YUBAETCI OCHOBAaHWE PABHOOEIPEHHOTO TPEyroJb-
HUKa W, CJIe0BaTelbHO, YMEHBIIIAETCI €ro BbICOoTa
h, mockonbKy miuHA cTpar (6OKOBBIX CTOPOH Tpe-
YroJbHHKA) He W3MeHseTcsa. Tak Kak BbICOTa Tpe-
YTOJIbHUKA YMEHBIIIAETCS C YBeJIUIeHNeM JruaMeTpa,
COKpalljaeTcsi ¥ JJINHA CTeHTa (BbICOTA 00pa3oBaH-
HOTO TPEYTOJbHUKA — 3TO BBICOTA KOPOHBI, OT KOTO-
poiit 3aBUCHT JyiuHA cTeHTa). 3Had B, L, U o, Ha-
XOIHUM BBICOTY TPeyTrolbHUKA h, KoTopas O6yxer pas-
Has Ui CTEHTA B MCXOMHOM COCTOSHUW U TIPU yBe-
nuyaenuu nuamerpa Ha 10 %. 3Had u3MeHeHHe BHI-
COTBI A, TIOJyYUM M3MEHEHHE [JIUHbI CTEHTA:

(hncx - hned))NK = ALca (]—)

rae My, — BBICOTA KOPOHBI CTEHTA B MUCXOIHOM CO-
CTOAHUY; heq, — BBICOTA KOPOHBI CTEHTA IPH yBe-
suyuennu ero auamerpa Ha 10 %; N, — KoixudecTBo
KOpPOH B creHTe; AL, — J/IMHA CTEHTA IPH yBeIude-
HuU ero nuamerpa Ha 10 %.

Haa coorBercTBUA JedopManuil CTEHTA IIPU
WCIIBITAHUU TI0 CXeMe «HM3TH0 ¢ BpallleHneM» U Ipu
HCIIBITAHUU TI0 CXEME «IIyJIbCUPYIOIllee HATpyKeHue
B paguaibHOM HAMPABIEHUN» TIOIy4aeM, 9YTO AJIHHA
L, cropoHBI cTeHTa, KOTOpas ofpalieHa BHYTPb
OKPY’KHOCTH, IO Ayre KOTOPOH M3THOAETCSI CTEHT,
MOJKHA yMeHbIIaThesi HA AL, W COOTBETCTBOBATH
IJTWHE CTEeHTa MPU YBEJIHMYEeHWH ero auaMerpa Ha
10 %. 3uas qauHY IyTH 110 OCH CTeHTA (IJTHHA CTeH-

Ta B MCXOMHOM COCTOSIHMM) W [JIMHBI AyT II0 BHY-
TPeHHEeH W Hapy:KHOU ero mopepxuoctsam (L, u L),
a TakKe M3MEHEHHE Pafnyca OKPYKHOCTH, II0 KOTO-
poii Gymer uarubaThCs CTEHT,

180°L, 180°L,

o o

AR = (2

(AR paBHO guaMeTpy CTEHTA), MOKHO BBIYHCIUTH
[EHTPAJIBHBIA YTOl o, 00pasyoluil AyTy AaHHOU
OKPY?KHOCTH.

Wz (2) cmenyer

180°(L, —L
q o 180°y —Ly)

3
AR 3)

Torma paguyc OKpy:KHOCTH, II0 AyTre KOTOPOM HW3TH-
0aeTcs CTEHT, COCTABUT

180°L,

oL

R (4)

IIpu mcnbrTannu Mo cxeme «M3rub ¢ BpaleHu-
eM» DIIEMEHTHI CTEeHTA HCIBITHIBAIOT JeopMalinm,
cxoskue ¢ qedpOpMAaIMsIMHE [IPH UCIIBITAHUH 110 CXeMe
«IIyJIbCUpPYyIOlllee HATPY;KeHHE B PaAHAIBHOM Ha-
MpaBIeHun» (KOHITBI V-00pa3HbIX IEMEHTOB CTEHTA
PACXOAATCSI W CXOASATCA W Yroj MeXIy HHUMHU yBe-
JWYUBAETCS U YMEHBIIIAeTCA W3-3a U3MEHEeHUs J[JIH-
HBI CTEHTA). B mporiecce UCIBITAHUEA TOIOJIHUTEb-
HO peanu3yeTcd IUKINIECKOe Harpy;KeHue H3TH-
60M Bcex DIIEMEHTOB CTeHTa (BKIOYAs MOCTBI, CO-
eIUHSOIINe KOpoHbl). Harpy:xenne Bcex 91eMeHTOB
CTEHTA TIPH Peaans3allii CXeMbl UCIILITAHUN «U3THO
C BpallleHWeM» IPOUCXOIUT € KO3(PUITHEHTOM
aCHMMETPHU aMILIUTYAbI AeOpMAaIiU ITUKIA, PaB-
HbIM —1 [21], uTO OGecmeunBaer 6ojee KECTKHUI pe-
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SKMM HUCIBITAHWH, YeM IPHU CTAHJAPTHBIX CXeMax
HUCITBITAHUH.

Bannonopaciiiupsiemble  CTEHTBI, HW3TOTOBJIEH-
Hble U3 HepP:KaBemIlell CTAIN WK KOOaIbTOXPOMO-
BBIX CIIJIABOB, PA3MEIAal0T B yCTAHOBKE JIJI UCIbITA-
HUH ¢ TIOMOIIBIO CHCTEMBI TocTaBKu. HepacKphIThIit
CTEHT HA CKATOM 0ajIJIOHe BBOIAT B MOJUMEPHYIO
TpyOKy, 3aTeM B OAJJIOH IO JaBI€HHEM HATHETAIOT
SKUIKOCTh, B PE3yJIbTaTe Yero CTEHT PACKPBIBAETCS
o Tpebyemoro quamerpa. [[1sa camopacIiupsaronux-
Cs1 CTEHTOB HA OCHOBE HHUKEJHIA THUTAHA HeOOXOmIu-
MOCTBH HCIIOJIb30BAHUSA CHCTEMBI JIOCTABKH OTCYT-
cTByeT. PacKphITBIN CTEHT JOCTATOYHO OXJIATUTH JI0
Temmueparypsl, papHo# nmpumepHo 0 °C, mocie udero
MOKHO C:KATh IO AMAMerpa, IpPHd KOTOPOM OH CBO-
001HO TTOMECTUTCA B moiuMepHoi TpyOke. I[lpu Ha-
rpeBe 0 TeMIepaTypbl MCHLITAHHUUA CTEHT IIPUHH-
MaeT 3aMaHHyl0 HUCXOmHYyI dopmy. Koursr momu-
MEepHOH TPYyOKH, B KOTOPOM pasMellleH CTeHT, C Ha-
TSATOM 3aKPEeIUISIOT Ha BajaX, M3TOTOBIEHHBIX W3
HepkaBewIlel crajgu. HKak 1oKaszajau Ipeiasa-
pUTenbHbIe UCIIBLITAHNA, IPU IPABUJILHOM II0I00pe
IuaMeTpa CHJIIMKOHOBOH TPYOKH M quamMeTpa BajioB
HEOOXOIUMOCTh JIOIOJHUTEIHHOTO 3aKpPeIIeHUs
TpyOKH Ha Bajax BO m3be:kaHue MPOCKAIb3bIBAHUA
He BO3HHUKAET.

s ompeneneHus ycTaJOCTHOH IOATOBEYHOCTH
CTEHTOB CJIe[[yeT OIMpPeneSUTh, MPU KAKOM YHCIIe
[UKJIOB MPOUMCXOAUT paspyllieHre KaKkoro-aubo sie-
MeHTAa WK 00pasoBAHHE YCTAJIOCTHON TPEIUHBI.
OmeIT UCOBITAHUYA MMOKA3AJ, YTO BHYTPH ITOJIHMED-
HOH TPYOKM MPaKTHIECKH HEBO3MOKHO OIIPEIeNuTh
(BU3yaJbHO WJIM C IIOMOIIBIO KAKOTO-TH00 OITH-
YecKoro npubopa) paspylleHre sJieMeHTa CTeHTa.
IlosToMy KasKabIH CTEHT IIOCIE OIPEIEeIeHHOI0 YHC-
Jia IIUKJIOB IIPUXOIUATCA CHUMATh C YCTAHOBKYU U W3-
BJIeKaTh u3 TPyOKH, paspesasn ee. IIpexme meobxo-
IUMO OCJIA0UTh BUHT B Jep:;kareie, (PUKCHPYIOIIUH
BEpPXHIOI0 MmIaTopMy, ¥ BBIHYTH U3 pesepByapa
wiaTopMy C 3aKpeIyieHHOH Ha Hel TPyOKOH co
creuroM. CTEHT, U3BIEUEHHBIN U3 TPYOKH, OCMATPH-
BAlOT BU3YAIbHO WJIH C HKCIIOJb30BAHHEM OIITHYE-
CKOT0 HJIM CKAHUPYIOIIETO 3JIEKTPOHHOTO MHKPOCKO-
ma. Eciau paspyienus KaKoro-iubo 31eMeHTa CTeH-
Ta He O0HAPYIKEHO, TO CTEHT PasMeaiT B HOBOM
TpyOKe U IpOoAo/BKAaioT ucubiranue. s periamen-
tuposausoro (I'OCT P UCO 25539-2-2012) mus co-
CYIHMCTBIX CTEHTOB KOJIMYecTBa MUKIOB (4 - 108 1uk-
JIOB), TIO-BHJIUMOMY, OCMOTP IIeJIecO00pa3HO IPOBO-
IUTH He yale, yeM yepes 5 - 107 mukios.

Ha paspaboranHoil ycraHOBEE OBLIH IIPOBEIEHbBI
KOHTPOJIbHBIE WCHBITAHUA OJHOBPEMEHHO IATHU Ca-
MOPACIIHUPSAIONIUXCSI CTEHTOB U3 CILIaBa HA OCHOBE
HUKe/IHIa THTAHA [BYX THIIOPA3MepPOB: IIEPBBIH —
muamerpoMm 8 u mmuHOM 60 MM, BTOpOW — auamer-
poum 4 u gaunoi 30 MM. cnbiTanna IPOBOIUIN IPH
yacrore Bpamenus Bama 30 I'm mo maGopa 5 - 107
nukioB. CooTBeTCTByIOII[MEe pagnycbl usruba R

ObLTH BHIOPAHBI M3 YCIOBHS MMOH00MS aedopMarum
3JIEMEHTOB CTEHTA IIPU YBEIWYEHUH €ro AuaMeTrpa
Ha 10 % TUpw UCHOBITAHUAX IO CXEMe «IIYJIbCUPY-
I0lllee HATpy;KeHHe» B PafUaIbHOM HAIPaBICHUU.
Hekoropbie cTeHTHI PaspyLIMINCh O OKOHUYAHUI
ucnbiTauuii. Ha puc. 4, a 1morKasaHo paspyllieHue
aJeMeHTa CTeHTa, KOTOpoe IIPOM3OILIO0 IIOCciIe
12 - 10® numrmos. IToBepxXHOCTH YCTAIOCTHOTO pas-
pylIeHHs mpefacTaBieHa Ha puc. 4, 6. Paspyuenne
97IeMEHTOB CTEHTa IIPOM3OLLIO B Hamboiee Ha-
TPYKEHHBIX y4acTKaX (BEepIIUHbBI CTPAT, MOCTHI), KO-
TOPBIE JJIST UCIBITAHHBIX CTEHTOB GBI PACCIUTAHBI
C TIOMOIIIBI0 METO/Ia IOJBUKHBIX KJIETOYHBIX aBTO-
MatoB [22].

3axiaroueHue

Cxema uCTIBITaHUM «M3THO ¢ BpallleHneM» He SB-
JIAeTcAd DKBUBAJIEHTHOM CTAHMAPTHBIM CXeMaM, Ta-
KUM KaK UCIBITAHUA IIyJIbCUPYIOIINM HATPYKEHUEM
B pafiaJbHOM HAIIPABJICHWH WIN IUKINIECKHE HC-
TIBITAHUA Ha W3THUO, ¥ HE UCKII0YAEeT WX IIPHUMEHe-
Hue. JlanHasg cxema u paspaboTaHHAsd yCTAHOBKA 110
OTIpEIeTIEHUI0 YCTAIOCTHBIX XAapPaKTEPUCTUK BHYT-
PHUCOCYAUCTBIX CTEHTOB MOTYT OBITH 3(P(PEeKTHBHO
WCIIOTb30BAHBI [JI1 YCKOPEHHBIX YCTAJIOCTHBIX HC-
MBITAHUH CTEHTOB HA CTAJIUU UX Pa3pabOTKH.

KoHcTpykiusa ycraHOBKM mpOCTA B M3TOTOBJIE-
HuM U obciay;xkuBanuu. Ee mpewMyiiecrBamu siBiis-
IOTCSI HEBBICOKAS CTOMMOCTB, OTCYTCTBHE IOPOTO-
CTOAMNX U Ae(PUIIUTHBIX KOMILUIEKTYIOIAX U MaTe-
pHUaIoB; OOTBIIMHCTBO AETANEH MOKHO M3TOTOBUTH
B 9KCIEPUMEHTAIbHBIX MACTEPCKUX Ha OOBIYHOM
000PyIOBAHUH.

duHaHCHpPOBaHHE PAGOTHI

Pa6ora Beimonaena B pamkax IIporpammser dyH-
JaMEHTAIbHBIX HAYYHBIX UCCAEIOBAHUI IOCYIapCT-
BeHHBIX akamemuii Hayk Ha 2013 — 2020 roxwl, Ha-
npasaenue [11.23.
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Copok 7er Ha3aj CTATUCTUKA HEYHCIOBBIX JAHHBIX ObLTa BbIETEHA KAK CAMOCTOATENIhHAS 00-
JIACTh MaTEeMaTHYIECKIX METOOB HccienoBanuda. [lepBoHaYaIbHO HCIIOIH30BANICT TEPMUH «CTa-
THCTUKA 00BEKTOB HEYHCIIOBOHM HpUpoabl». CTaTUCTHKA HEYUCIOBBIX JAHHBIX — OJHA U3 YeThI-
Pex OCHOBHBIX 001aCTEH NPHUKIATHON CTATHCTHKHN (HAPALY CO CTATHCTUKON YHCENI, MHOTOMEp-
HBIM CTATUCTHYECKHUM AHAINU30M, CTATHCTHKOM BPEMEHHBIX PANOB M CIyYaHHBIX IIPOIIECCOB).
CraTucTHKa HEYHUCIOBBIX JaHHBIX [EIUTCA HA CTATUCTUKY B IIPOCTPAHCTBAX OOIIEN IPUPOIBI U
Ppasziensl, IOCBAIEHHbIE KOHKPETHBIM TUIIAM HEYHCIOBbIX JAaHHBIX (CTATUCTUKA HHTEPBATBHBIX
JAHHBIX, CTATHCTHKA HEIETKUX MHOKECTB, CTATUCTUKA OGUHAPHBIX OTHOIIEHWH U 1p.). B Hacros-
1[ee BpeMs CTATUCTHKA B IPOCTPAHCTBAX O0IIel IPUPOAbl — IEHTPAIBHAA YACTh IPUKIATHOMN
CTaTHCTHKHM, & BKJIIOUYAOIIAS ee CTATUCTUKA HEUMCIIOBBIX JaHHBIX — OCHOBHAs 00JaCTh MpH-
KJIQJHOU CTATHUCTHKU. OTO YTBEPIKIEHHe OATBEPKIAeTC aHAIN30M IyOJHUKANUi B pasfiese
«MaremaTuueckue METObI UCCIIEIOBAHUA» HAIIEro KypHana. JlaHHad cTaThd MOCBAIEHA aHa-
JIN3y OCHOBHBIX WU CTATHCTHUKYA HEUWCIOBBIX JaHHBIX HA (DOHE PasBUTHS IIPUKIAITHON CTATH-
crukn. OCHOBOH sABifeTCd HOBas MApPaJWIMa MaTeMaTHYecKHX MEeTO/IOB mcciemoBanwus. Pac-
CMOTPEHBI PA3IHNYHbIE BHAAbI HEUHUCIOBBIX JaHHBIX. PacckasaHo 0 pa3sBUTUM CTATUCTUKY HEYHC-
JIOBBIX JIaHHBIX. Pa300paHbl OCHOBHBIE MW CTATHUCTUKH B IPOCTPAHCTBAX OOIIEH IIPHUPOIBL:
CpeHue BeIMIHHbI, 3aK0HBI OOJIBIIINX YUCE, SKCTPEeMAIbHbIe CTATUCTUIECKHE 3a1a4H, Herapa-
MEeTPHYECKHE OIEHKH ITIOTHOCTU PACIIPeeIeHNA BEPOATHOCTEH, METOIbI KiIaccuukary (ua-
THOCTHKHY U KJIaCTeP-aHAIN3a), CTATUCTUKY HHTErpaIbHOTO Trma. KpaTko paccMoTpeHbI HEKOTO-
pble CTaTHCTIYeCKHe METOIbI aHAIN3A JAHHBIX, JIEKAIINX B KOHKPETHBIX IIPOCTPAHCTBAX HEYHC-
JIOBOH IIPUPOJIBI: HETIAPAMETPHUIECKAA CTATHCTUKA (B ITOJABIIAOIIEM OOIBIINHCTBE CIIy4aeB pea-
JIbHBIE PACIPEIENIEHUs CYIIIECTBEHHO OTIIMIAIOTCA OT HOPMAJIBHBIX), CTATHUCTUKA HEYETKUX MHO-
JKECTB, TEOPHs SKCIEPTHBIX OIeHOK (Mexmana HemeHH — BBIOOPOYHOE CpefHEee HKCIIEPTHBIX
yroopsnouenwit) u ap. O6Cy:xaa0TCa HEKOTOPhIE HEPeIIeHHbIe 3a/[a4l CTATUCTUKYA HEYHUCIOBBIX
JQHHBIX.

KaroueBbie cioBa: MareMaTHYECKHe METOMbI WCCIENOBAHWS; IPUKIATHAS CTATHUCTHUKA;, He-
YUCJIOBbIE TaHHbIE; CTATHCTUKA B IIPOCTPAHCTBAX 00IIeH IIPHUPOIBL; 3a1a4U OIITUMU3AIINHI; CPe/l-
HHE BEeJIMYUHBI; 3aKOHBI OOJIBIITNX YHCEIT; HeIapaMeTPUIECKIe OIEHKH TUIOTHOCTH, CTATHCTHKN
MHTETPATILHOTO THIIA; HellapaMeTpUYecKas CTATHCTHKA; SKCIIEPTHBIE OIEHKW; HepelleHHbIe
3ama4u.
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Forty years ago, the statistics of nonnumeric data was singled out into an independent area of mathemati-
cal research methods. First the term “statistics of objects of nonnumeric nature” was used. The textbook
on nonnumeric statistics is entitled “Nonnumeric Statistics.” Statistics of nonnumeric data is one of the
four main fields of applied statistics (along with the statistics of numbers, multivariate statistical analysis,
statistics of time series and random processes). Statistics of nonnumeric data is divided into statistics in
spaces of general nature and sections devoted to specific types of nonnumeric data (statistics of interval
data, statistics of fuzzy sets, statistics of binary relations, etc.). Currently, statistics in spaces of general na-
ture is the central part of applied statistics, and the statistics of nonnumeric data that includes it is the
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main area of applied statistics. This statement is confirmed by analysis of publications in the section
“Mathematical Methods of Research” of our journal. This article is devoted to analysis of the main ideas of
statistics of nonnumeric data against the background of the development of applied statistics on the basis
of the new paradigm of the methods of mathematical research. Different types of nonnumeric data are
considered along with the history of development of the statistics of nonnumeric data and statistical
science. The basic ideas of statistics in spaces of general nature are analyzed: mean values, laws of large
numbers, extreme statistical problems, nonparametric estimators of the probability distribution density,
classification methods (diagnostics and cluster analysis), and statistics of the integral type. Some statisti-
cal methods for data analysis in specific nonnumeric spaces are briefly discussed: nonparametric statistics
(in most cases, real distributions significantly differ from normal), statistics of fuzzy sets, expert estima-
tion theory (Kemeny median as a sample average of expert orderings), etc. Some unsolved problems in sta-
tistics on nonnumeric data are also discussed.

Keywords: mathematical research methods; applied statistics; nonnumeric data; statistics in spaces of
general nature; optimization problems; averages; laws of large numbers; nonparametric density esti-

mates; integral type statistics; nonparametric statistics; expert estimation; unsolved problems.

Beenenue

B wmacrosinee BpeMs CTaTHCTHEKA HEYHCIOBBIX
MAHHBIX — OJHA W3 4YeThbIPeX OCHOBHBLIX Objacrei
MIPUKJIATHOM CTATUCTUKU (HAPIAY CO CTATHCTUKOMH
YKCesl, MHOTOMEPHBIM CTATHCTHYECKHM AaHAIH30M,
CTAaTHUCTUKON BPEMEHHBIX PANOB U CIyYaWHBIX IIPO-
meccoB). CTaTHCTHKA HEUHNCIOBBIX JAHHBIX JEJIUTCI
Ha CTATUCTHUKY B IPOCTPAHCTBAX O0IIEH MPUPOALI U
pasaenbl, MOCBAIIEHHbIe KOHKPETHBIM THUIIAM HEYH-
CJIOBBIX [MAHHBIX (CTATHCTHKA WHTEPBAILHBIX JIAH-
HBIX, CTATHCTHUKA HEYETKHUX MHOKECTB, CTATHUCTHKA
OMHAPHBIX OTHOIIEHHWH U 1p.). Hayuublie pesymnbra-
ThI, IIOJy4eHHbIE B PAMKAX CTATUCTUKU B IIPOCTPAH-
cTBax 00IIed MPUPOABI, MOTYT OBITH MCIOJJIb30BAHBI
Ui KOHKPETHBIX BUIOB MAHHBIX (HAIpuMmep, He-
rmapaMeTpuueckue oueHku miotHocTu). Cremosa-
TeJIbHO, CTATUCTHUKA B IIPOCTPAHCTBAX O0IIeH IpH-
POABI — IEHTPAIbHASA YACTD IIPUKIAMHONR CTATUCTH-
KH, a BRJIIOYAIOIAS €€ CTATHUCTHUKA HEeYHUCIOBBIX
JAHHBIX — OCHOBHAs 00JIaCTb MPUKIATHOU CTATHU-
CTHUKH. JTO YTBEP:KAEHWE MOITBEP:KIAeTCS aAHAIH-
30M IyOauKamuii B pasgene «Maremarnueckre Me-
TOIbI MCCIENOBAHUI» HAIIETo JKypHajia — Ha mep-
BO€ MECTO BBIIIJIA UMEHHO CTATUCTUKA HEYHUCIOBBIX
mauubixX. Tak, 3a mecats met (2006 — 2015 rr.) eit mmo-
cesmens! 27,6 % Bcex mybaurarnuii, T.e. 63,0 % cra-
TeH 0 MPUKIaAHOM cTaTucTuke [1].

IlepBoHAYATBHO HCIIOIB30BAJICA TEPMHH «CTa-
THCTHUKA OOBEKTOB HEYHCIOBOM MHPHUPOIbI». Biep-
BbIe OH mosBmiCcI B 1979 r. B MmoHorpaduu [2] mis
0003HAYEHUA COBOKYIIHOCTA HEKOTOPBIX IIOJIy4YEeH-
HBIX HAYYHBIX Pe3yJabTaToB. B ToM 3Kke romy B crarbe
[3] 6bLIa pasBepHyTa MMPOrpamMMma IIOCTPOEHHUS STOH
HOBOH 00JIaCTH CTATHCTHIECKUX METO0B, IIPHUBEJIe-
HbI TI€PBOHAYAILHBIE (DOPMYJIUPOBKH PAAA OCHOB-
HbBIX TeopeM. Uepes roj B KypHaie «3aBOACKAsd Jia-
6oparopusi» HoIBUIACh 0000IIaIIas craTbsd [4] aB-
TOPOB, 3AaHUMABIIUXCSI PA3JTUIHBIMA ACIEKTaMU
CTATUCTUKY HEYHCIOBBIX NAHHBIX. MTOru IepBbIX
JIeCATH JIeT PA3BUTHUA HOBOU 00JIACTH IIPHUKIATHON
CTATHUCTUKN ObLIN MOABEIEHBI B 00CTOSTEIHHOM 00-
3ope [5] (120 aureparypHbIX ccbUIOK). JlanpHeiiniee

pasBuTHe 66LT0 He MeHee TIoA0TBOpHBIM. O630p [6]
3a TPHUALATH JIeT copepsxan 150 TurepaTypHBIX CChI-
oK. K TpuamaTuieTHio BIIIET U IEePBbIH YIEOHUK
1o HeumnciaoBou craructuke [7]. Tepmun «Heuwncio-
Basg CTATHUCTHUKA» IIPEICTABIAETCS CIHIIKOM KpaT-
KHM, B TO BpeMsA KaK MCXOIHBIA TEPMHUH «CTATHCTH-
Ka O0OBEKTOB HEYHCIOBOU MPUPOABI» — CIHUIIKOM
TSJKEIOBEeCHBIM. B maHHOUW craTbe OymeM Ha3bIBATH
paccMaTpuBaeMyio 00JIacTh IIPUKIAIHON CTaTHC-
THKH «CTATUCTUKOM HEYMCIOBBIX JaHHBIX». Bce Tpu
TepMuHA (CTATHCTHKA 00BEKTOB HEUYHCIIOBOU IIPHUPO-
IIbI, CTATUCTUKA HEYHCIIOBBIX [aHHBIX, HEUUCIOBAA
CTATHUCTUKA) — CHHOHHMMBI.

O6cynuM comep:kaHue, PasBUTHE U OCHOBHBIE
WIeU CTATUCTUKY HEYUCIOBBIX JaHHBIX, 0C000€ BHH-
MaHue yIeIUB UCCIeOBAHUAM, OMyOIUKOBAHHBIM B
HaleM :KypHaie (cM. Takixe cBoAky [1]).

Hosasa Imapagsurma MmareMaTH4YeCKHuX
METOJO0B HCCJ/JI€IOBAHUA

IlosBrnenue u pasBUTHE CTATUCTUKU HEUUCIIO-
BBIX TAaHHBIX 3HAMEHYET IepPexo/i K HOBOU mapajur-
Me MaTeMaTHYECKHX METOI0B HCCAeIOBAHUS.

Ilapagurma (ot rpeu. paradeigma — mpumep,
obpaserr) — COBOKYITHOCTh HAYYHBIX IOCTHKEHHUH,
MIPU3HABAEMBIX BCEM HAyYHBIM COOOIIECTBOM B TOT
WM WHOU TEPHOJ BPEMEHU U CIIy:KAIllNX OCHOBOM U
00pasIioM HOBBIX HAYYHBIX HcciemoBauuii. [lousTue
«IIapagurMa» MOIyIuIo ITUPOKOe PacIpoCTPAHEeHHe
TocJie BhIXO/la B CBET KHUTH [8] amMepuKaHCKOTO ¥C-
topuka Hayku T. Kyna «Crpykrypa HayIHBIX peBo-
Jonui» (1962 r.).

Maremaruueckre MeTOABLI WCCAEIOBAHHUSA WC-
MOIB3YIOTCH I PEIIeHUs MPAKTHUYECKUX 3a1ad C
nasumx BpemeH. B Berxom SaBere pacckasaHo o
BecbMa KBAIHU(DUIIMPOBAHHO IIPOBEIEHHOW Imepe-
nvic BoeHHOooOs3auHbIX (YerBepras kumra Mou-
ceeBa «Hwucna»). B mepsoit momoBune XX B. ObLIa
paspaboraHna KiaccHuecKasd ImapajurMma MeTomoB 00-
paboTKM JAaHHBIX, MOAYYEHHBIX B pe3yiabraTe uaMe-
peHuii (HAOIIOEHUIH, UCILITAHNUMN, AHAIU30B, OIIbI-
ToB). MaremaTrudyeckue MeTOIbI WCCIETOBAHWUS, CO-
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OTBETCTBYIOIIIHE KIACCHYECKOH ITapagurMe, IIMpoKo
ucrorb3yorcsa. Co CTOPOHBI MOKET ITOKa3aThCs, ITO
B 9TOU 00JaCTH OCHOBHOE [aBHO W3BECTHO, COBpE-
MeHHbIe Pab0ThI HAIPABIEHBI HA MEJIKHUE YCOBEp-
mreHcTBoBanusa. Oxguako 9To coBceM He Tak. Hoas
rmapagurMa MaTeMaTHIeCKUX MEeTOI0B HCCIIef0Ba-
HUSA MPUHIWIAATEHO MEHAET MPEKHUE TIPEJICTaBIIe-
uusg. Oua sapogunacs B 1980-x romax, HO GbL1a pas-
BUTA B cepur MOHOrpadwii U y4YeOHHKOB YiKE B
XXI B. (em. [9 — 11] u gp.).

Tunosble UCXOHBIE [aHHbIE B HOBOH ITapajur-
Me — OOBEeKThI HEYHCIOBOW HPHUPOIbI (31eMEeHThI
HEJIMHEUHBIX MTPOCTPAHCTB, KOTOPhIE HEIb3d CKJIa-
IbIBATh ¥ YMHOKATh Ha YHCJIO, HAIpUMep, MHOMKe-
cTBa, GMHAPHBIE OTHOIIIEHU), & B CTAPOH — YHCIA,
KOHEYHOMEpPHEIe BeKTOPEI, pynkiuu [12]. Panee (8
KJIACCHYECKOH CTapoy ImapagurMe) AJis PacueToB HUC-
TIOJTb30BASIM PA3HOOOPA3HBIE CYMMbI, OJJHAKO 00BHEK-
ThI HEYUCIOBOU TIPUPOABI HENTb3A CKIAMBIBATD, IIO-
9TOMY B HOBOH Iapajgurme npuMeHAeTcsa Jpyrou Ma-
TeMaTHYecKHil anmnapar, OCHOBAHHBIH Ha PAaCCTOsd-
HHUAX MEKIY 00beKTaMU HEYNCIOBOM IPUPOJIBI U Pe-
IIIEHUH 337849 ONTUMU3AIUH.

Wsmennanuchk MOCTAHOBKM 3aa4y aHaIM3a aH-
vbix. CTapasd mapajurMa MCXOIUT U3 WIeH Hadaia
XX B., korna K. ITupcon mpemmoxunn yerbipexnapa-
MeTpHYecKoe CeMeHCTBO paclpeieleHuH AJ1d onuca-
HUS pachpeeleHuil peaabHBbIX AAaHHBIX. B 5TO Ce-
MeMCTBO, B YaCTHOCTH, BXOJAT IIOJ[cEMeNCTBa HOP-
MaJIbHBIX, SKCIIOHEHIIMANBHBIX, Beiibyia — ['Hemen-
Ko, ramma-pacmpeneneruii. Cpasy ObLIO SCHO, 4TO
pacrpeneneHus pealbHBIX MAaHHBIX, KAK IIPABUIIO,
He BXOIAT B ceMeHcTBO pacupeneneHuii Ilupcona
(06 sTom roBopmi, Hanpumep, akagaemukr C. H. Bepu-
mrerH B 1927 r. B moxnaze Ha BeepoccuiickoMm ches-
ne marematurkoB [13]). Oxmako MaremaTwdyeckas
Teopud NapaMeTPUYECKNX CEMEHCTB pacipejese-
HHUH (METO/BI OIIEHUBAHUA ITAPAMETPOB U IIPOBEPKU
THIIOTe3) OKAa3ajach [AOCTATOYHO HHTEPECHOH, u
VMEHHO Ha HeH 10 CHX MOP OCHOBAHO MPeroaBaHue
BO MHOTHX By3ax. ITak, B cTapoil mapagurmMe OCHOB-
HOH ITOJIXOJI K OITMCAHUIO JaHHBIX — PaCIpeneIeHua
W3 MapaMeTpPUUEeCKUX CEMEIHCTB, a OIleHuBaeMble Be-
JIMYUHBI — WX TapaMeTpbl, B HOBOM mapagurme pac-
CMaTpPUBAIOT MIPOU3BOIbHBIE PACIIPEIETIEHU, a OIle-
HHUBAIOT XapaKTepPUCTUKHU U IJIOTHOCTU pacIpesere-
HWH, 3aBHCHMOCTH, IIPaBWJia JHATHOCTHKH H [Ip.
IlenTpanbHas yacTh TEOPUH — yKe HE CTATHUCTHUKA
YUCIOBBIX CJIyYaHHBIX BEIHYHWH, & CTATHUCTHUKA B
MIPOCTPAHCTBAX ITPOU3BOIBHOU IIPUPOIHI.

B crapoit mapagurmMe HMCTOYHHUKN ITOCTAHOBOK
HOBBIX 3a/1a4 — TPAIUIAK, CHOPMHUPOBABIIIHECT K
cepenuHe XX Beka, a B HOBOM — COBpPEMEHHEIE II0-
TpeOHOCTH MAaTeMaTHIECKOTO MOJAENUPOBAHUA U
anamusa gaHbix (XXI Bek), T.e. 3ampochl IPAKTH-
ku. Konkperusupyem sro obiee pasmuuume. B cra-
po¥l mapagurMe TUIIOBBIE Pe3yIbTAThbl — IIPENeshb-
HbIe TEOPEMbI, B HOBOH — PEKOMEHIAIIUY /I KOH-

KpPeTHBIX B3HAYEHWH I[apaMeTpoB, B YACTHOCTH,
00BeM0B BBIOOPOK. V3MeHUIaCh Poab HHAPOPMAIIH-
OHHBIX TEXHOJOTUH — paHee OHH HCIIO/Ib30BaJIUCh
B OCHOBHOM JIJIs1 pacyera Tabauil (B 4aCTHOCTH, WH-
dopmaTura HaxoamIaCh BHE MaTeMaTHIECKOH cra-
THUCTHKH), TEIePh K€ OHU — WHCTPYMEHTHI OJIyde-
HUA BBIBOOOB (I/IMI/ITaHI/IOHHoe MOOeJInpoBaHue, 1aT-
YHUKH TICEBIOCIYYAMHbIX YKCEJ, METOIbI Pa3MHOKe-
HHsS BBIOOPOK, B TOM uwmcie Oyrcrper, u ap.). Bum
IIOCTAHOBOK 3ama4 MPUOJU3UICA K HOTPEOHOCTIM
IIPpaKTUKU — IIPHU aHaJIn3€ OHAaHHBbIX OT OTAEJbHBIX
3a1a4 OIEHWBAHUS U IPOBEPKU I'HIIOTE3 IIEPEILIH K
CTATHCTUYECKUM TEXHOJOTHAM (T€XHOJIOTHUYECKHM
ImporieccaM aHajaW3a JAHHBIX). BBISBHIACH BasK-
HOCTb HpO6JIEMbI «CTBIKOBKH aJITOPUTMOB» — BJIUA-
HUFS BBIIIOJIHEHUS PEAbIAYIIUX AJTOPUTMOB B TEX-
HOJIOTHYECKOH IeTI0YKe Ha YCIOBHA MPUMEHHMOCTH
MOCTIEAYIOIUX aJITOPUTMOB. B crapoii mapamgurme
aTa mpobieMa He PacCMATPUBAIACH, IJI HOBOM —
BeCbMa BAYKHA.

Ecnu B crapoit mapamgurmMe BOIIPOCHI METO0JIO-
THU MOJIETMPOBAHUS MPAKTUIECKH He 00CY:KIaIHUCH,
OOCTAaTOYHBIMU IIPHU3HABAINMCH CXEMbI HA4YaJ/Ia XX B.,
TO B HOBOH IIapagurMe Pojib METOHOJIOTHU (yIeHHs
00 oprauusanuu aeaTeabHocTu) [14] aBasercs ocHO-
Boriosiarapoieii. Pesko moBBICHIACH PO MOJIENIH-
POBAHMS — OT OTHEIHHBIX CHCTEM AKCHOM IIPOU30-
1Ies mepexof K cucremaMm mopeneii. Cama BO3MOK-
HOCTH IIPUMEHEHHS BEPOATHOCTHOIO IIOAXO0Ia Te-
repb — He «HAINYKe ITOBTOPSONIErocs KOMILIEKCa
yCaoBui» (PeMuKT (DU3UYECKOTO OIIpeIe/IeHHs Be-
POSITHOCTH, WCIIOIB30BABIIIETOCT 0 AKCHOMATH3a-
uwu teopuu BepostHocTeir A. H. Kommoropossim B
1930-x romax), a HaTuIMe 060CHOBAHHOM BEPOSTHO-
CTHO-CTATHUCTUYIECKOH Mojenau. Kcinu pawHbiine qaH-
HbIe CHUTAJHUCH IIOJTHOCTBIO M3BECTHBIMH, TO JJI HO-
BOM IapaJurMbl XapaKTepeH yJeT CBOUCTB JaHHbIX,
B YaCTHOCTH, HMHTEPBAJIBHBIX H HEYETKHUX. H3Me-
HUJIOCH OTHOIIIEHWE K BOIPOCAM YCTONYMBOCTU BBI-
BOJIOB — B CTApOH mapagurmMe MPaKTHIECKH OTCYT-
CTBOBaJI WHTEpPEC K STOH TeMaTHKe, B HOBOM pas-
paborana pasBuTas Teopus ycroiuupoctu (pobact-
HOCTI/I) BBIBOJIOB IIO0 OTHOIIIEHHUIO K AOIIyCTHMBIM OT-
KJIOHEHHUAIM HCXOOHBbIX HOAHHBIX HW IIPEAIIOCBIIOK
MOJIeJIen.

CrarucTiKa HEYHCIOBBIX MaHHBIX Pa3BHBAETCS
B COOTBETCTBUM C HOBOM HapagurMoO¥ MaTeMaTHhde-
CKHX METO/IOB UCCIEJOBAHUA.

Pazaunanbie BHIbI HEYHCJIOBBIX JAHHBIX

TUIMYHBIA HCXOTHBIA OOBEKT B IPHUKIATHON
CTATHUCTHUKE — 3TO BBIOOPKA, T.€. COBOKYIIHOCTH He-
3aBUCUMBIX OJMHAKOBO pAaCIIpeeIeHHBbIX CIIydai-
HBIX djeMeHToB. KakoBa mpupoma sTux 51eMeHTOB?
B kmaccuueckoil MaTeMaTHYECKOM CTATHUCTHUKE HIie-
MEHTBI BBIOOPKM — 3TO 4Kcia. B MHOroMmepHOM cra-
THUCTHIECKOM aHA/IN3e — BEKTOPHI. A B CTaTHUCTHKE
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HEUYUCIOBBIX JAHHBIX BJJIEMEHTHI BBIOOPKH — 9TO
00BEKThI HEYHCIOBOHM IIPHUPOMABI, KOTOPhIE HEIh3s
CKIaIbIBATh ¥ YMHOKaTh Ha yucna. J[pyrumMu cio-
BaMH, 00bEKThI HEYHCIOBOM IIPUPO/IBI JIEKAT B IIPO-
CTPAHCTBAX, HE HMMEIOIUX BEKTOPHOH (JIMHEHHOM)
CTPYKTYPHI.

IIpumepamMu OOBEKTOB HEYHCIOBOM IIPHUPOIBI
SBJISIOTCS:

3HAYEHUA KAYECTBEHHBIX IPU3HAKOB, B TOM YFKC-
Jie Pes3yabTaThl KOJUPOBKU 00OBEKTOB € IIOMOIIBIO 3a-
JMAHHOTO TIePeYHA KaTeTOPuH (rpamaiiui);

yIopAmRoYeHua (PAHKUPOBKH) SKCIIEPTAMU 00b-
€KTOB BKCIEepPTHU3bl — 00pasIoB IPOAYKIHHU (mpu
OIIeHKe € TeXHIHYECKOTO YPOBHS, KAYeCTBA U KOHKY-
PEHTOCITOCOOHOCTH, €€ XapaKTePHCTHK), 3adBOK HA
MpOBeeHNe HAYYHBIX paboT (IIpu MPOBEeIeHNN KOH-
KyPCOB HA BBIJIeJIEHNE TPAHTOB) U T.IL.;

KnaccupuKanuu, T.e. pasbueHus OOHEKTOB,
CXOIHBIX MeKIy co00M, Ha IPYIIIbI (KIacTepbl);

TOJIEPAHTHOCTH, T.e. OHWHAPHBIE OTHOIIECHU,
OTHCHIBAIOII[AE CXOACTBO OOBEKTOB MEKIy COOOM,
HaIpUMep, CXOJCTBO TeMATHK HAyJIHBIX pabor, ore-
HUBAaeMOe 3JKCIIepTaMUd B MENAX PaIlHuOHAIBHOTO
opMEpOBaHKS SKCHEPTHBIX COBETOB BHYTPH OIIpe-
ZeJIEHHOM 00IaCTH HAYKY;

pe3yabTaThl MAPHbIX CPABHEHUH WM KOHTPOJS
Ka4yecTBa MPOAYKIIUH 110 AIbTEPHATHBHOMY IIPHU3HA-
Ky («romeH» — «Opak»), T.e. MOCIEIOBATEILHOCTH K3
Oul;

MHO:KecTBa (0OBIYHBIE WM HEYETKHe), HaIpH-
Mep, 30HBI, IOPAKEHHBIE KOPPO3UeH, WK IePeIHN
BO3MOKHBIX IPWYWH ABAPWUU, COCTABIEHHBIE DKC-
repTaMy He3aBUCHMO IPYT OT APyra;

CJIOBA, IIPEIJIOKEHNS, TEKCThI;

rpadbr;

BEKTOPBI, KOOPAMHATHI KOTOPBIX — COBOKYII-
HOCTh 3HAUEHWH PA3HOTHIIHBIX MPU3HAKOB, HAIIPH-
Mep, pesyibTaT COCTABIEHHUSA CTATHUCTHYECKOTO OT-
Yyera 0 HAYYHO-TEXHUYECKOH [esTelbHOCTH OpTaHu-
3aIlMy UK aHKeTa DKCIIePTa, B KOTOPOM OTBEThI HA
YacTh BOIIPOCOB HOCAT KAYECTBEHHBIH Xapakrep, a
HaA 9aCTh — KOJIUYECTBEHHBIN;

OTBETHI HA BOIPOCHI HKCIIEPTHOM, MEIUITMHCKOH,
MapKEeTHHITOBOM WM COI[MOJIOTUYECKON aHKeTHI,
YacTh M3 KOTOPBIX HOCHT KOJIMYECTBEHHBIH Xapak-
Tep (BO3MOYKHO, MHTEPBAJIbHBIN), YaCTh CBOIUTCS K
BBIOOPY OMHOM W3 HECKOJBKHX IIO/ICKA30K, & 4acTb
MPEJCTABJIAET COO0M TEKCThI, U T.JI.

Bcee cpencrBa nsmepeHUs MMEIOT ITOTPEIITHOCTH.
OpmHako 10 HemaBHETO BPeMEHU 3TO OUYeBUIHOE 00-
CTOATENLCTBO HUKAK HE YIYUTHIBAJIOCH B CTATHCTH-
yeckux mnporeaypax. Tonbko ¢ koria 1970-x romos
Hayaja pPasBUBATLCA CTATHCTHKA WHTEPBAJIbHBIX
IAHHBIX, B KOTOPOU IIPEII0IaraeTcs, 4YTO UCXOIHbIe
JIaHHbIe — 3TO He Yucia, a uHTepBaibl. CTATUCTUKY
MHTEPBAJIBHBIX JAHHBIX MOKHO PACCMATPUBATH KaK
YacTh WHTEPBAIBHON MaTeMaTHKH. BBIBOIBI B Hel
YaCTO IPUHITATHAIBHO OTIIHIHBI OT KIACCHIECKHUX.

PasznuunbIiM mogxomaM K CTATUCTHIECKOMY aHa-
N3y WHTEPBAIBHBIX MAHHBIX IIOCBAIIEHA IHUCKYC-
cusg [15]. B mayunoi mikosne A. I1. Bomunuua usy-
YeHBI MMPO6IEeMbl PErPECCHOHHOT0 AHAIN3A, ILJIAHU-
pOBaHUA DKCIIEPUMEHTA, CPABHEHUS aJbTEPHATHB U
MIPUHATUSA pellleHuY B yCIOBUAX UHTEPBATIbHOU He-
omupenenenuoctu [16 — 22]. B paspaborannoii Hamu
ACHUMIITOTHYECKOM CTATUCTHUKE WHTEPBAIBHBIX JAH-
HBIX Ha 3HAYEHUA CIAyJYaWHBIX BEJIWYUH HAJIOKEHBI
MaJIble HHTePBaIbHbIE HEOMpeaeIeHHoCTH (CM., Ha-
mpumep, [23]). OcuoBHBIE pe3yabTaThl TOr0 Ha-
MpaBJeHUA IOAPOOHO H3JI0KEHbl B IVIaBax y4deob-
HHUKOB [7, 24, 25] u monorpaduu [26]. Kpome naByx
OCHOBHBIX HAIpaBlieHUH (MOIyYeHHbIE B HUX He-
JIaBHUE Pe3yIbTaThl OTPAIKEHBI B CTAThax [27 — 29]),
paspabarsiBajuch W HHbIE MHOAXOAbI (CM., HAIPH-
Mmep, [30]).

WurepBanpublie JaHHBIE MOKHO PACCMATPUBATH
KaK YaCTHBIN CayJall HeYeTKUX MHOKecTB. Kcau xa-
pakTepucTHyecKas (PyHKIUI HEIETKOr0 MHOKECTBA
paBHA eIUWHHIlE HA HEKOTOPOM WHTEpPBaje W PaBHA
HYJII0 BHE 3TOTO WHTEPBAja, TO 3aJaHue TAKOTO He-
YEeTKOTO MHOKECTBA SKBUBAJIEHTHO 3aJaHUI0 WHTEP-
Bana. C MeTOo[0JIOTMYECKOH TOYKH 3PEHHS BaKHO,
YTO TEOPHsS HEYETKUX MHOKECTB B OIpPeaeeHHOM
CMBICJIE CBOAMUTCSA K TEOPUH CIyIAWHBIX MHOKECTB.
Ilukn cOOTBETCTBYIOIUX TEOPEM IIPHUBELEH B MOHO-
rpadum [2], a Takxe B yuebmmrax [7, 24, 25, 31],
monorpaduu [26], HemaBHeii cratbe [32]. Kazanocs
Ob1, myOmukanuii Mmuoro. Ho mpuxomuresa KoHCTATH-
poBaTh, UTO OTHIONH HE BCE CIIEI[UATUCTHI 3HAKOMBI
C TeopeMaMU O CBEIEHWH TEOPUH HEYEeTKHUX MHO-
JKECTB K TEOPHUU BEPOSATHOCTEL.

Hcropuyecknii IyTh CTATHCTHYECKOH HAYKH

PaszButne cratucTHUeCKMX METOJOB B HAIEH
cTpaHe IIOKasaHo B riaaBe 2 wMoHorpadgwuu [33,
c. 13 -21]. IlpuBeneMm KpaTKyi0 CBOAKY, II03BOJIS-
IOIIYI0 BBIABUTH POJIb CTATUCTUKA HEYHUCIOBBIX
MAHHBIX.

K 60-m rogam XX B. B HaIei crpane cpopMUpPO-
Bajach HAYYHO-TIPAKTHYECKAd IUCIHILIAHA, KOTO-
PYyIO Ha3bIBAEM KJIACCHYECKOM MaTeMaTHYeCKOH cra-
TucTukoi. HoBoe moKoeHHE yYHMIIOCHh TEOPHH II0
dyHmamenTanbHOM MOHOTPadUu MIBEICKOTO MaTe-
maruka . Kpamepa [34], Hanucanuoii B BOEHHBIE
rofbl ¥ BIIEPBble M3JAHHON HA PYCCKOM S3BIKE B
1948 r. W3 npukaagHbIX PyKOBOACTB HA30BEM y4el-
HukK [35] u Tabnunel ¢ KommeHTapuamu [36].

3areM BHUMaHWE MHOTHX CIIEI[MATHUCTOB COCpPe-
IOTOYHJIOCH HA W3YYEeHHH MAaTeMaTHYECKHX KOH-
CTPYKIIMH, WCIIONB3yeMbIX B cratuctuke. [Ipmmep
Takux pabor — monorpadud [37], B Koropou mpea-
CTaBJIeHbI IIPOABHUHYTHIE MaTeMaTHU4YEeCKHe pe3ylib-
TaThl, HO TPYIHO BBIAEIUTH PEKOMEH/IAIIUHY [IJIS CTa-
THUCTHKA, AHATU3UPYIOIIEro KOHKPETHbBIE TaHHbIe.
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Kak peakius Ha yxoi B MaTeMATHKY BBIIENIH-
Jlach HOBAs HAy4YHAsd MAUCIMILINHA — IIPUKITHAS
cratTuctTuka. B 6a3oBoM yueOHWKE MO MPUKIATHON
craructuke [24] B KauecTBe py0Oeska, Korga 3To cra-
JI0 04eBUIHBIM, YEazaH 1981 r. — nmara BeIX0/a Mac-
coBbiM TupazkoMm (33 940 sk3.) cbopuura [38], B Ha-
3BaHMHM KOTOPOTO MCIIOJIb30BAH TEPMHUH «IIPUKIA-
Has cTaTuCTUKa». C 5TOro BpeMeHH JUHHU Pa3BH-
THA MaTeMaTH4YeCKOM CTATHUCTHUKUA U IIPUKIATHOU
CTaTHUCTUKM pasonuruchk. [lepBad u3 sTuxX muciun-
JIMH IIOJTHOCTBIO yIljla B MaTeéMaTHUKRy, IIOTePsAIB HH-
Tepec K MpaKTHYecKuM neinaMm. Bropas [24] mosu-
[HOHHMpPOBaja cebsd B KauecTBe HayKu 06 00paboTke
JAHHBIX — PEe3yJIbTATOB HAOIIONeHWH, HU3MEPEeHUHH,
WCIBITAHUH, aHAJIU30B, OIIBITOB, 00C/IeI0BAHUH.

Bnonue ecrecTBeHHO, UTO B IPUKIIAAHOM CTATH-
CTHUKEe CTaJI{ Pa3BHBATHCA MaTeMATHIECKHe MEeTO bl
u Mojenan. Heo6xXomumMocTh X PA3BUTHS BBITEKAET
M3 TOTPEOHOCTEH KOHKPETHBIX IIPHKIAMHBIX HCCIIe-
JIOBaHUI. ITO MATEMATU3UPOBAHHOE SAPO IIPUKIAN-
HOU CTATUCTHKU HA30BEM TEOPETUYECKOH CTaTHC-
tukoi. Torma mox coGCTBEHHO MPHUKIAMHON CTATH-
CTHKOH CJIeyeT IIOHUMATh OOIINPHYIO IIPOMEKYTO-
Hy0 00J1aCThb MEKIy TEOPETHIECKON CTATHUCTUKON U
[IPUMEHEHHEM CTATHCTUYECKHX METOI0B B KOHKDPET-
HBIX 00/1acTaX. B Hee BXOIAT, B 4aCTHOCTH, BOIIPOCHI
dopMupoBaHuA BEPOATHOCTHO-CTATUCTHIECKUX MO-
meredl W BBIOOPA KOHKPETHBIX METOMOB AHAIH3a
MAHHBIX (T.e. METOIOJIOTHI IPUKIATHON CTATUCTUKN
U IPYTUX CTATHCTUYECKUX METOMO0B), IIPO0IeMbI pas-
paboTKM W mpuMeHeHus HH(OPMAIMOHHBIX CTATH-
CTHYECKHMX TEXHOJIOTHH, OpraHu3anuu coopa u aHa-
Jin3a OaHHBIX, T.e. pa3pa6OTKI/I CTaTHCTHYECKUX
TEeXHOJIOTHH.

Takum oOpasom, o6Ias cxemMa COBPEMEHHOH
CTATHUCTUYECKOH HAYKM BBITVIAIUAT CIELYIOIIAM 00-
pasom (0T ab6CTPAKTHOIO K KOHKPETHOMY).

1. MaremaTrudyeckas CTaTHCTHKA — YacTh MaTe-
MAaTHKH, H3y4alolllas CTATUCTHYECKHE CTPYKTYPHL.
Cama 1o cebe He maeT perenToB aHAIU3a CTATHCTH-
YeCKHX [IaHHbBIX, OJHAKO paspabarbiBaeT MEeTOHI,
[0JIe3HbIE VI HWCIIOJb30BAHUA B TEOPETHUYECKOH
CTATHUCTHUKE.

2. Teopernueckas craTuCTHKa — HAyKa, IIOCBS-
mIeHHad Moae/IidIM U MeTOoJZlaM aHalr3da KOHKPETHBIX
CTATHCTUYECKUX TAHHBIX.

3. Ilpukmagmas craructuka (B y3KOM CMBICTIE)
MTOCBAIIEHA CTATUCTUYECKHM TEXHOJIOTHAM cbopa u
obpaborku manubix. OHA BEIIOYAET B ceOI METOJIO0-
JIOTHUIO CTATUCTHUYECKUX METOI0B, BOIIPOCHI OPraHMn-
3aIlid  BBIOOPOYHBIX HCCJIENOBAHHMH, pPaspaboTKh
CTATHCTUYECKHUX TEXHOJIOTHH, CO3aHUsd U UCII0Ib30-
BaHHUA CTATHCTUYECKUX IIPOTPaAMMHBIX ITPDOAYKTOB.

4. IlpuMmeHeHMe CTATUCTHYECKUX METOOB B
KOHKPETHBIX 00acTAX (B SKOHOMHKE W MEHEeK-
MEHTe — DKOHOMETPHUKA, B OMOJOTUH — OHOMETpPH-
Ka, B XUMHHU — XE€MOMETPHs, B TEXHUYECKUX HCCIIe-
MOBAHUAX — TEXHOMETPHUKA U T.1.).

Yacro mosuruu 2 u 3 BMecCTe HA3BIBAIOT IIPH-
knamHou cratuctukoi. WHorma mosurmuio 1 nMeny-
0T TEOPETUIECKOH CTATUCTUKONU. JTH TEPMHUHOJIOTH-
YeCcKre PaCXOKIeHUs CBA3aHBI C TE€M, YTO OIKCAH-
HOE BBIllle pPa3BUTHE PACCMATPUBAEMOU HAYYHO-
MIPUKJIAHON 00/IaCTH He cpasy, He MOJTHOCThIO U He
BCeTZla aJeKBaTHO OTPAYKAETCA B CO3HAHUH CIIeI[Ha-
aucToB. Tak, 10 CUX TOP BBIMYCKAIOT YIEOHUKH, CO-
OTBETCTBYIOIIIHE CTAPOH IMapagurMe — YPOBHIO
MIPeICTaBIeHUH cepeqruHbl XX BEKA.

Ipumenarue. Mb1 yTOUHHIN CXeMy BHyTpPEHHE-
T0 [IeJIEHUS CTATUCTUYECKOU TEOPHH, MPEeI0KeH-
Hywo B [39]. EcrecrBenHbIl cMbICI IPHOOpPENTH TEp-
MUHBI «T€0PeTUIeCKad CTATUCTUKA» U «IIPUKIATHAT
craructuka» (B y3koMm cmbicie). OgHaxo Heo6xo-
IMMO MMETb B BHIY, 4TO B 0a30BOM yuebHuEKe [24]
MPUKIAAHAA CTATHCTHKA ITOHUMAETCS B IIHPOKOM
cMbICTIe, T.e. Kak o0bequuenue nmosuiuii 2 u 3. K co-
JKATEHHWIO, B HACTOSIEe BpeMA HEBO3MOYKHO OTO-
JKIECTBUTD TEOPETUIECKYIO CTATUCTUKY C MATEMAaTH-
YeCKOM, ITOCKOJBKY ITOCHeqHsA (KaK 4acTbh MareMma-
THKU — HAYYHOU CHEIMATbHOCTH «TEOPUI BEPOAT-
HOCTEH W MaTeMaTH4ecKas CTATHUCTHUKA») 3aMETHO
OTOPBAJIACH OT 347184 IPAKTUKH.

OrmeruM, YTO MaTeMaTHYECKas CTATHCTHUKA,
Kak U TeopeTuyecKad C IPUKIATHOHN, 3aMETHO OTJIH-
YamTca OT BEJIOMCTBEHHOW HAYKH OPraHoB OQu-
nHaabHOM rTocymapcTBeHHo# craructuru. LICY,
Tl'ockomcrar, Poccrar mpuMeHAIM W OPUMEHSIOT
JIWIITH TIPOBEPEHHbIE BpeMeHeM IpueMbl XIX Beka.
BosmoskHo, creqoBaio 661 OT 9TOT0 BEIOMCTBA II0J-
HOCTBIO OTME/KEeBAThbCA W CMEHHTH HA3BAHWE HAyY-
HOH [UCIMIUIAHBI, HAmpuMmep, Ha «AHamu3 naH-
HBIX». B HacrodAIee BpeMa KOMIIPOMHUCCHBIM ABJIfA-
€TCSI TEPMHUH «CTATHCTUIECKHE METObI».

Bo Bropoii mosoBuHe 80-X roI0B pasBepHYIOCHh
00IIIECTBEHHOE NBU:KEHWE B IIENIAX CO3JAHUA IIPO-
(eccroHaNbHOrO OOBEIMHEHUST CTATHCTHKOB. AHa-
JIoTaMu ABIAIOTCS OpuTaHckoe HoposeBckoe craTu-
ctuyeckoe 001ecTBo (ocHoBauo B 1834 r.) u Amepu-
KaHCKad CTaTHCTHYecKad accoruaiug (cosgaHa B
1839 r.). K coxanenuro, HeATEIbHOCTb YUPEIKIEH-
Hoii B 1990 r. BcecorosHoii cTaTHCTUYECKON acco-
IHAUN OKA3a/ach Mapajin30BAHHOU B pesysbrare
passama CCCP. Cpemgu crpan CHI' mauGosbliryio
AKTUBHOCTb B HACTOSIIEE BPeMs MPOSABIAIOT y30€K-
CKFe HCCIIeJOBATEH, PETyJIIPHO IPOBOIAIINE TP -
CTaBUTENbHBbIE KOH(EPEHIIUH 110 CTATHUCTHUKE U ee
MPUMEHEHUSIM.

O pasBHTHH CTATHCTHKH
HEYHCJIOBBIX JAHHBIX

C 70-x rogoB XX B. B OCHOBHOM Ha OCHOBE 3a-
IIPOCOB TEOPHU SKCIIEPTHBIX OIIEHOK (a4 TaKKe Tex-
HHUYECKHX HCCIEeIOBAHWNA, SKOHOMUKH, COIHOJIOTHHI
¥ MEIUIINHBI) PAa3BUBAINCH Pa3IMYHbIE HAIIPABJIE-
HUA CTATUCTHUKH HEYHUCJIIOBBIX OJAHHBIX. BBIJII/I yCTa-
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HOBJIEHBI OCHOBHBIE CBf3H MEKIY KOHKPETHBIMU
BUJAMH TAKHX 00BEKTOB, paspaboTaHbl I HUX 6a-
30BbIe BeposTHocTHbIe Mozxenu [40]. CBogka momy-
YEeHHBIX Pe3yJIbTaTOB JaHa B MoHorpadwmu [2], mpe-
npuaTe [41]. 9TO — MPEIBICTOPHUS CTATHCTUKN
HEYUCIOBBIX MAHHBIX. A HCTOPHUSA HAYMHAETCI C
OCMBICJIEHHSI CO3JaHHOTO, KoHcraranuu [2,3] B
1979 r. noaBIEHUA HOBOH 06/IACTH PUKIAIHOM CTa-
THCTUKH.

Cnenytomruii ararm (80-e rogbl) — pasBUTHE CTa-
TUCTUKY HEYHCIOBBIX JaHHBIX B KAYECTBE CAMOCTOS-
TEJILHOTO HAYYHOTO HAIPaBJIEeHHA B paMKax Mare-
MaTUIEeCKUX METO0B UCCIeOBAHUA, IAPOM KOTOPO-
0 ABIAIOTCA METOABI CTATHUCTHUYECKOTO aHaIu3a
JMAHHBIX TPOU3BONBHON TPUPOALI. [[aa paboT sToro
Ieprojia XapakTepHa COCPeI0TOYEHHOCTh HA BHYT-
peHHUX (BHyTpMMaTeMaTUIeCKuX) mpobieMax cra-
THCTUKMA HEYUCIOBBIX IAHHBIX. [IpoBommmm Bce-
COIO3HBIE KOH(EpEeHIUH, BBIMYCKATH MOHOTDPa-
um, cCOOPHUKM TPYIOB, 3aIUIIAINA IHUCCEPTAIUN
(A. X. Opmnos, K. A. Ilapua, I B. Prigamosa,
I A. Carapos, B. A. Tpodumos, A. II. Ilep,
1. C. lmepnunr u ap.). Haubonee npencraBurens-
HBIM SABJAETCS COOPHUEK [42], TOATOTOBIEHHBIH KO-
muccuert «CraTucTuka 00bEKTOB HEYHUCIOBOU MIPH-
poner» Hayunoro Cosera AH CCCP mo rommiexc-
HO# mpobieme «Kubeprernra» coBmectHo ¢ MucTH-
TyTOM cormonorndeckux ucciaenosauuit AH CCCP.
Koukpernaa uadopmamua mo padoram 80-x romos
nMmeeTrcd B 00630pax [5, 6].

B macrosiiiee BpeMs B CBA3H C AKTUBHBIM HC-
MOTb30BAHUEM HAYKOMETPHYECKHUX I[IOKasaTesei
PasHOOOPA3HBIMU  AAMUHUCTPATOPAMU  HAYYHOMN
IeATeNTHFHOCTH PACIPOCTPAHUIACH MIPEYBEeIHYeHHAT
OIIEHKA POJIH KYPHAJIOB B pasBuTuu Hayku. OmbIT
CTATUCTUKN HEYHCIIOBBIX JAHHBIX ITOKA3HIBAET, UTO
€CTeCTBEeHHAA 1EeT0YKa Pa3BUTUA HAYYHOTO Pe3yJIib-
TaTa TAKOBA: TE3UCHI TOKIANA — TEeMATHIECKHUI
cOOpHHUK — MoHOTpadgusi — y4eOHHK — IIHPOKOe
ncnoab3oBanue [43, 44]. s pasBuTHsa HOBOTO Ha-
MpAaBIEHUs MyOIUKAIMY B HAYYHBIX JKypPHAIAX, BO-
ob1ie roBops, He 00s3aTenbHbL. fICHO, YTO U3KAHKE
COOCTBEHHBIX JKYPHAJIOB HJIH 3aBOEBAHHE ITO3UITUH
B YK€ CYII[EeCTBYIOIIHUX BO3MOKHO JIHIIh Ha 3Tale
3PeJIOCTH HOBOTO HAIPABJIEHWd, HO HE HA ITAIle ero
CO3aHUA.

K 90-m rogaMm craTHCTHEA HEYUCIOBBIX ITaHHBIX
C TEOPeTUYECKOW TOYKHM 3PEHMs ObLIA JOCTATOYHO
XOPOIIIO PA3BUTA, OCHOBHBIE UIEH, IOAXOIbI X METO-
IbI ObLIN paspaboTaHbl ¥ U3YUEeHBI MATEMATHYECKH,
B YACTHOCTH, [OKA3aHO JOCTATOYHO MHOTO TEOPEM.
OmHako oHA ocTaBaiach HEIOCTATOYHO AMPOOUPO-
BaHHOUW Ha mpakture. M B 90-e romsl HACTymHiIO
BpeMs mepexojia OT TeOPETHKO-CTATUCTHYECKUX HC-
CIeIOBaHUH K IPUMEHEHHUIO TOIYyIYeHHBIX Pe3yIbTa-
TOB HA TPaAKTHKe, a TaKKe BKIIOYEHUS WX B y4eb-
HBIH mporiece, 4To u 66110 caenano. B 90-e rogsr B
HaIleM JKypHaJje OIyOauKoBaHbI 0030psI [5, 12, 40]

[0 CTATHUCTHKE OOBEKTOB HEYWMCIOBOM IIPHUPOIBI U
MHOTOUYMCJIEHHbIE KOHKPETHBIE MCCIEIOBAaHUI, pac-
cMOTpeHHbIe B [6].

2000-e rompr OTMEUYEHBI IIOABICHUEM Pa3BEepPHY-
TBIX IIyOJHUKAIIMI OCHOBHBIX PE3yJIbTATOB CTATHUCTH-
K HHTEPBAIBHBIX JAHHBIX B yYeOHHKaX II0 IIPH-
KJIAQMTHOW CTATUCTUKE, TEOPUU IIPUHATHUA PEIIeHUH,
sKOoHOMeTpuKe (cM., Hampumep, [24, 25, 31]). Boimy-
I[eH IIePBBLIA YYEOHHMK II0 CTATHCTHKE HHTEPBAIb-
HbBIX JAaHHBIX [7].

B 2010-e rogs! npeacraBiaeHHAas HAYIHOHN 001IIe-
CTBEHHOCTH HOBAs IIapagurMa MaTeMaTUIeCKUX Me-
TOJOB HCCIEJOBAHUS 3aKpenuyia IIOJIOKEeHUe CTa-
TUCTUKYU HEUYHCIOBBIX MAHHBIX KaK I€HTPAIbHON
OBICTPO PaCTYIled YaCTH COBPEMEHHOM TPUKIIATHON
cratucTuru [1].

Crarucruka B IIPOCTPAHCTBAX
IIPOM3BOJIBHOTO BHIA

B uem mnpuHIMOUANBHAS HOBH3HA CTATHCTUKU
HEUYHUCIIOBBIX MaHHBIX? I/ KIaccuyecko marema-
THYECKON CTATHCTHKM XapaKTepHa OIeparus CJo-
skernus. [Ipu pacuere BHIOOPOYHBIX XAPAKTEPUCTUK
pacmpenenenus (BBIOOPOIHOTO CPeIHEro apud)MeTH-
YeCKOro, BHIOOPOYHOM IUCIIEPCHU U 1p.), B perpec-
CHOHHOM aHaJIu3e U APYTUX 00JIaCTIX STOH HAYUHOUN
OUCIMILIAHBI IIOCTOSHHO WCIIOJIB3YIOTCA CyMMBI.
Maremaruueckuii anmapat — 3aKOHBI OOJIBIITUX YH-
cen, IlenTpanbHas mpemenbHAs TeOpeMa U ApPyTHE
TeopeMbl — HalleJeH Ha usydeHue cymm. [Ipuniiu-
MUATBHO BAXKHO, YTO B CTATHCTUKE HEYHCIOBBIX
JAHHBIX HEJIb3S KCIIOJIb30BATH OIEPAIlUI0 CJIOKe-
HUs, TIOCKOJBKY 5JIEMEHTHI BHIOOPKH JIEKAT B IIPO-
CTpaHCTBAaX, IIe HeT 3Toi oneparuu. Meroasr obpa-
OOTKH HEYHCJIOBBIX MAHHBIX OCHOBAHBI HA IIPUHIIU-
MUAJbHO WHOM MaTeMaTHYeCKOM aIrmapare — Ha
IIPpUMEeHEeHUN Pas3IMYHBbIX PaACCTOSHUU B IIPOCTpaH-
CTBax 00bEKTOB HEYUCIOBOHU IIPUPO/IBL.

Cne;[yeT OTMETHUTH, YTO B CTATHUCTHUKE HEYHCIIO-
BbIX JAHHBIX OJHA U Ta Ke MaTeMaTHu4dYeCKad CxeMa
MOKET C yCIIeXOM IPUMEHATHCA BO MHOTHX IIPH-
KJIAIHBIX 00JaCTSIX, I aHA/IM3a MaHHBIX Pas3jInd-
HBIX THIIOB, & TIOTOMY €€ JIydllleé BCEero (DOPMYJIHPO-
BaTh U M3y4aTh B Hauboee obIieM Bue, I 00beK-
TOB IIPOMU3BOJILHOM IIPHPOIEI.

KpaTtko paccmoTpuM HECKOIBKO HeH, pas3Bu-
BAaeMbIX B CTATHUCTUKE HEUYMUCIOBBIX MAHHBIX IJIST
9JIEMEHTOB BBIOOPOK, JEKAIUX B IPOCTPAHCTBAX
IIPOU3BOJIBHOTO BHJA. OHI/I Halle/JIeHbl Ha pelleHune
KJIACCUYECKUX 3474 OMMCAHUA MAHHBIX, OIeHHUBA-
HUS, IPOBEPKH T'HITOTE3, HO — JI HEKIACCUIECKUX
JMAHHBIX, 4 TIOTOMY HEKJIACCHIECKUMHU METOIAMH.

IlepBoit 0b6cynum mpobiieMy OmpeneeHus cpel-
HUX BeJIWUYWH. B paMKax Teopuu u3MepeHuH ymaer-
Cd YKas3aTb BHUO CpeqHUX Be/INYHUH, COOTBETCTBYIO-
IIUX TeM WX WHbIM HIKajgaMm usMmepenud [45]. Teo-
pusa maMmepeHui [2, 46, 47], B cepenune XX B. pac-
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CMaTPUBABLIASICT KAK YACTh MATEMAaTHIECKOTO obec-
II€49YeHU IICUXO0JIOTUH, K HACTOAIIIEMY BPEMEHH IIPH-
3HaHAa 001eHayIHOU qucnuianHoi. [Ipobaembr Teo-
pUM  W3MEPEeHWH TOCTOSHHO PaCCMATPUBAIOTCA
B paszene jxypHana «MartemaTtudeckre MeTOIbI HC-
ciaenoBanusa» [48 — 51].

B kmaccuueckoil MaTeMaTHYECKOH CTATHUCTHUKE
CpenqHne BeJIWYHUHBI BBOAAT C IIOMOIIBIO onepaunﬁ
ciaokenns (BbIOOPOUHOE cpeaHee apuMeTHIECKOe,
MaTeMaTUIeCcKoe OXHUIAHUE) WIN YIOPAJ0YEeHUA
(BBIOOpOYHAS W TEOpeTHUecKas Meauanbl). B mpo-
CTPaHCTBAX MPOU3BOJBHON MPHUPOALI CpeIHUEe 3Ha-
YEHWS HeNlb3s OMPEIeIUTh C TOMOIIBI0 OMEepPAIHit
CIOKEHUSA WM yHopsagodeHuda. Teoperwdeckue u
SMIIHUPUIECKHE CpPeIHHEe MPUXOJUTCA BBOJUTH Kak
pellleHns SKCTPeMallbHbIX 3amad. Teopermueckoe
CpeHee OIMpeeNseTcs Kak pelleHne 3a1a9u MUHH-
MU3AIMNH MATEMaTHIECKOTO OKUIaHU (B KIaccuye-
CKOM CMBICJIE) PACCTOSHHUSA OT CILyYaNHHOTO BIeMEeHTa
CO 3HAYEHUSIMHU B PACCMATPUBAEMOM IIPOCTPAHCTBE
110 (PUKCUPOBAHHOM TOYKH 9TOTO IPOCTPAHCTBA (MU-
HUMHUBUPYETCAd YKa3aHHAd (PYHKITUA OT 9TOHU TOUKH).
s mosmyyeHUs SMIMPUIECKOTO CPeHEero MareMma-
THYECKOE OXKHAaHue OepeTcs II0 SMIUPUYECKOMY
pacrpesieneHuio, T.e. 6epeTcs CyMMa PacCTOSHUN OT
HEKOTOPOW TOYKH JI0 DIIEMEHTOB BBIOOPKH W 3aTeM
MUHHUMHBHUPYETCS 10 TOHM TOYKe (IpHMepoM SIBJIs-
erca meauana Kemenu [52], MmeTomaM HaXOKIeHHS
KOTOPO¥ TOCBAIIEHBI HemaBHUE paboTs! [53 — 55]).
[Tpu sTOM U SMIHPHYECKOE, ¥ TEOPETUIECKOE CPe]l-
HUE KAk pelleHus SKCTPeMaTbHBIX 3a/ad MOTYT
6I)ITI) He eIWHCTBEHHBIMHU JJIEMEHTaMu pacCMaTpu-
BAeMOr0 TMPOCTPAHCTBA, 4 SBISATHCA HEKOTOPHIMU
MHOKeCTBAMHU Takux smeMeHToB. OHH MOTYT OKa-
3aTbCA U MyCcThIMU. TeMm He MeHee yAaIoch cPopMy-
JIUPOBATh W JIOKA3aTh 3aKOHBI GOJBIIMX YHUCEN I
CPeHUX BEIHYWH, OIpPeelleHHbIX YKa3aHHBIM 00-
pasoM, T.e. yCTAHOBUTH CXOAMMOCTH (B CIIEIIHAIBLHO
OTIpeIeJIEHHOM CMBICIIE) HDMIITUPUUYECKUX CPETHUX K
TeopeTudeckuM [7, 56, 57].

Oxasajoch, 4TO METOMbI JTOKA3aTeILCTBA 3aKO-
HOB 0OJIBIIIMX YHCEJ TOILyCKAT 6ojiee MIHPOKYI0 06-
JIaCTh IIpUMEHEeHUd, YeM Ta, OJId ROTOpOfI OHHU 6LIJII/I
paspaboranbl. A MMEHHO, yaaaoch u3yduThb [7, 58]
ACHUMIITOTURY pe]l[eHI/Iﬁ I9KCTpeMaJIbHbIX CTATUCTHU-
YeCKUX 3a/1a4, K KOTOPHIM, KAK M3BECTHO, CBOAUTCH
GOJIBIIIMHCTBO TIOCTAHOBOK MPHUKIATHON CTATUCTH-
Ku. B wactHOCTH, KpOMe 3aKOHOB OOJIBIIIUX UYHCEI,
YCTAHOBJIEHA COCTOSITEIBHOCTH OIEHOK MHUHUMAIb-
HOTO KOHTPACTA, B TOM YHCJIEe OIIEHOK MaKCHMAIbHO-
ro mpaBRonoao6us u podacTHHIX oreHok. K Hacros-
II[eMy BpEMEHH TOJ00HbIE OIIEHKH U3yJeHbl TaKKe U
B CTaTUCTUKE MHTEePBAJIbHBIX TaHHDbIX. HOJIy‘{eHHbIe
Pe3yabTaThl OTHOCUTEIHHO ACHUMIITOTUKN PEIIeHUH
9KCTPEeMaJIbHBIX CTATUCTHUYECKUX 3aJad IIpuMeHd-
I0TCsI, Harpumep, B paborax [59 — 61].

B craructrke B mpocTpaHCTBAX MPOU3BOIBHOTO
BHa OOJIBIIYIO POJIb WIPAIOT HElapaMeTpUudYecKue

OIEHKH IIJIOTHOCTH PacCIpeieieHus BepPOSTHOCTEH,
HCIIOJIb3yeMble, B YACTHOCTH, B PA3TUYHBIX AJITO-
PUTMAaxX PerpecCHOHHOr0, TUCKPUMHUHAHTHOTO, KJa-
CTEPHOTO AHAIW30B. B CTaTUCTUKE HEYHUCIOBBIX
MAaHHBIX TPEIJIOKEH W W3yYeH Psj TUIOB Hemapa-
METPHYECKHUX OIEHOK IIOTHOCTH B IIPOCTPAHCTBAX
MMPOU3BOJILHON MPHUPOABI, B TOM YHCIIE B JIHUCKPET-
HBIX IpocTpaHcTBax [73 — 75]. B wactHOCTH, mOKa-
3aHA WX COCTOSTENHHOCTh, M3y4eHA CKOPOCTb CXO-
OVMOCTH ¥ YCTQHOBJEH (/g ANEePHBIX OIEHOK
IUIOTHOCTH) IIPUMEYATeIbHbIH (PAKT COBIAMEHUS
HAWJIy4IIed CKOPOCTU CXOMUMOCTH B IIPOU3BOIHHOM
MIPOCTPAHCTBE C TOM, KOTOpPAs MMeeT MeCTO B Kiac-
CUYECKOM TeOPHUH [JI YHCJIOBBIX CIyYaWHBIX BEJIH-
yuH [74].

Beenem obosuauenwus. Ilycrs (Z, A) — usmepu-
MO€e TIPOCTPAHCTBO, P U ¢ — CUTMa-KOHEYHbIE MEPHI
Ha (Z, A), npuueMm p abCONIOTHO HEIpepbIBHA OTHO-
cuteabHo ¢, T.e. u3 q(B) = 0 cnenyer p(B) = 0 mus
moboro MHOMKecTBa B n3 curma-anre6pst A. B atom
ciaydae Ha (Z, A) cylecTByeT HEOTPUIIATEIbHAS U3-
MepuMas PyHKIHA f(x) Takas, 4To

q(C) = [ f(x) p(d) (1)
cC

s moboro muoxkecrsa C w3 curma-aare6pbl usme-
puMbix MHOMecTB A. Dyurums f(x) HasbIBaeTcs
mpousBogHON Panona — Hukoguma Meps! ¢ o Mepe
P, a B ciIy4ae, KOrjia ¢ — BEpPOATHOCTHAA Mepa, 3Ta
yHKIUA ABISETCA TaKKe IIOTHOCTHIO BEpOsT-
HOCTH ¢ TI0 OTHOIIIEHHUIO K Mepe p [62, c. 460].

IIycrs X, X, ..., X,, — HezaBUCHUMBIE OJJUHAKOBO
pacrpeneneHHble CaydaiHble 3JIeMEHTHI (BEIUYH-
HBI), pacipeeieHe KOTOPhIX 3a1aeTCi BEPOSITHO-
cTHOM Mepoit q. B crarpax [63, 64] BBemeHo He-
CKOJIBKO BHUJIOB HElapaMeTPUYEeCKUX OIEHOK ILIOT-
HOCTH BEpOATHOCTH ¢ 1O BbIOOpKe X;, Xy, ..., X,.
Ilompobuee u3ydueHbl JUHEHHBIE OIEHKH. B crarhix
[65, 66] paccMOTpPEHBI UX YaCTHBIE CIIydau — smep-
HbIe OIIEHKH IUIOTHOCTH B HPOCTPAHCTBAX IIPO-
M3BOJNILHOU mpuponabl. B crareax [67, 68] acumn-
TOTAYECKAS TEOPHs SAEePHBIX OIEHOK ILJIOTHOCTH
pasBuUTa, MPEKIE BCETO, I Hy:K CTATUCTUKNA KOH-
KPETHBIX BHUIOB OOBEKTOB HEYHCIOBOM IPUPOIHI,
B KOTOPOM OCHOBHOM HWHTEpPEC MPEACTABISAIOT KO-
HeYHbIe IIpocTpaHcTBa Z. Mepa p mipu 3TOM He He-
MpepbhIBHASA, a IUCKPETHAsA, HAPUMepP CYUTAIOIIAI.
Takum 06pasoM, B paMKax eIHHOTO IIOIX0a yIaeT-
Cs1 PACCMOTPETD OLIEHKH IJIOTHOCTEH U OIIEHKH BEepo-
ATHOCTEM.

B npexnmonosxeHur HENPEPBHIBHOCTH HEU3BECT-
HOU IIIOTHOCTH f(Xx) mpeacTaBiseTcs Ieaecoodpas-
HBIM «pPa3Mas3arThb» KaKABIH aTOM SMIUPUIECKOH
MepBbl, T.e. PACCMOTPETh JUHEHHBIE OIIeHKH!, BBEIeH-
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Hble B IIePBOH paboTe aBTOpA II0 HEYHMCIOBOH cTa-
THUCTHEKE [3, c. 24],

f0=2 Y g, (0 X), g 2 >R, (@

1<i<n

B KOTOPBIX IEHCTBHUTENbHO3HAYHbIE (DYHKIHH g,
YIOBJIETBOPSIOT HEKOTOPBIM YCIOBHUIM PEryJIsap-
HOCTH.

Ilycrs d — mokasarens pasiauyns (CHHOHHM —
Mepa 6ausocrr) Ha Z [4] (B Hanboee BasKHBIX 4ACT-
HBIX ClIy4asx — MeTpuka Ha Z). B [69] BBemensbl
siiepHbIe OIIeHKH IIOTHOCTH — OIeHKH BHUaa (2) ¢

1 d(x, X;)
)X‘ = K : ’
g,(x,X;) bh %) n
K: [0, +x) - R1, 3

rane K = K(u) — anpo (agepuas QyHEnws); h, — 110-
CJIeI0BaTEIbHOCTh TIOJIOKUTEIHHBIX Yrcell (IToKasa-
Tenedl pasmbITocTH); b(h,, X) — HOPMHPOBOYHBIH
mHoxuTensb. B [70] nuneiinbie omenku (2) ¢ QpyHEK-
uuaMu g, us (3) Ha3BaHbI «0000IEHHBIMU OIl€HKA-
mu tuna llapsena — Posen6marra», Tak Kak B 4acr-
HoM ciyudae Z = R, d(x, X)) = |x - X;|, b(h,,x) =
= h, OHU TIEPEXOMAT B U3BECTHBIE OIEHKHU, BBEJEH-
uble Posenbmarrom [71] u [Tapsenom [72].

Ilens crareii [73, 74] — 3aBepiiienne MUKIA pa-
60T, MOCBAIIEHHOTO MATEMATHYECKOMY W3yIEHUIO
ACUMIITOTHYECKUX CBOMCTB PAa3JTMYHBIX BHUIOB HeIla-
paMeTpuYecKux OIEHOK INIOTHOCTH PacCIpeesIeHus
BEPOSITHOCTH B IIPOCTPAHCTBAX OOIIEH IPUPOIHI.
Wsyuen cpemuuii KBaapaT OMINOKY AIEPHOH OIEHKN
wioTHOCTH. C 1e/Ibl0 MAaKCHMH3AIIUK ITOPSIIKa €ro
yObIBaHUA 0OOCHOBAH BBIOOP SAMEPHON (QYHKIUU U
IIOCIeN0BaTEebHOCTY IIOKa3aTejlell PasMbITOCTH.
OcHOBHBIE TIOHATUA — KPyroBas (PYHKIUA pacipe-
IeJIeHus U KpyroBad IIOTHOCTB. llopamox cxomu-
MOCTH B 00IIEM CJIy4ae TOT ;Ke, YTO W IIPU OIleHUBA-
HUU IJIOTHOCTH YHCIOBOM CIy4alHOM BEeJIUYUHBI
[75], HO OCHOBHBIE YCIOBHUSA HAIOMXKEHBI He Ha ILIOT-
HOCTh CIyYaWHOUW BEIWYWHBI, & HA KPYTOBYIO ILIOT-
HOCTB. J[amee paccmarpuBaeM Apyrue BUAbI Hemapa-
METPUYECKUX OIIeHOK IIJIOTHOCTA — THUCTOTpaMM-
Hble OlleHKH U oreHku THna Pukc — Xomxeca. 3a-
TeM H3ydaeM HellapaMeTpHUYEeCKHe OIIeHKH perpec-
CMM ¥ WX [OpUMeHeHWe /I pelleHnus 3a7ad
MUCKPUMHUHAHTHOTO aHa/IN3a B IPOCTPAHCTBE 00-
e IpUpoakL.

JIMCKpUMHUHAHTHBIA, KIACTEPHBIH, PEerpecCUoH-
HBIM aHajaW3bl B IIPOCTPAHCTBAX IIPOM3BOJIBHOU
MPUPOJIBI OCHOBAHBI 100 HA TApaMeTPUIECKOH Teo-
pun (1 TOrgA TPHUMEHSETCS IMOAXO[, CBI3AHHBIH C
ACHUMIITOTUKOH PEUIEHU YKCTPEMAIbHBIX CTATUCTH-
YeCcKMX 3aj1a4), Jub0 Ha HermapaMeTpPHdYecKON Teo-
puH (¥ TOT/Ia MCIOIB3YIOTCA AJITOPUTMBI HA OCHOBE
HelapaMeTPHIECKUX OIeHOK IIOTHOCTH).

llns amanusa HEYHMCIOBBIX, B YACTHOCTH, DKC-
TePTHBIX AAHHBIX, BECbMa BAKHBI METOMABI KJIACCH-
duranuu [76 — 78]. HTepecHo ABU:KEHNE MBICIU B
o0paTHOM HANpaBJIEeHUH — HAWUOOJIee eCTECTBEHHO
CTABUTHh W pelIaTh 3a[a4u KJIaCCH(DUKAIINHU, OCHO-
BaHHBIE HA KCIIOIb30BAHUU PACCTOSTHHUN WM ITOKa-
3arened pasauyud, UMEHHO B PAMKaX CTATHCTUKU
00BEKTOB HEYHMCIOBOM IPHUPOAbI (a4 He, CKaKeM,
MHOTOMEPHOT0 CTATHCTHYECKOr0 aHa/iu3a). ITO Ka-
caerca KakK pacIo3HaBaHWI 00OPa3oB C yUHUTEIEM
(mpyruMu clIoBaM#, AUCKPUMHHAHTHOTO aHAIH3a),
Tak ¥ paclos3HaBaHusg 00pasoB Oe3 yuurens (Kia-
CTEpHOTo aHanu3a). AHAJIOTHYHBIM 00pa3oM 3a1adu
MHOTOMEPHOTO IITKAJIUPOBAHUA, T.e. BU3yaIu3aIun
mauHbIX [79 — 81], Tak:Ke eCcTeCTBEHHO OTHECTH K
CTATHUCTHUKE O00BEKTOB HEYMCIOBON IpPHUpOnabl. Bax-
HBI METOJbI OIEHKH HCTUHHOH PasMEpPHOCTH IIPH-
3HAKOBOTO IIpocTpaHcTBa [82].

OTMeTHM HECKOJbKO KOHKPETHBIX HAYYHBIX pe-
3yJbTATOB MATEMATHYECKOH TEeOpHH KiaccuduKa-
nwu. B s3amavyax AHATHOCTHKHU (IUCKPUMHUHAHTHOTO
aHanusa), Kak cienyer us memMbl Heiimana — [Tup-
COHAa, I1e71ec000Pa3HO CTPOUTh AJTOPUTMbBI HA OCHO-
Be OTHOIIEHUS HeIapaMeTPUYECKHX OIIeHOK ILIOT-
HOCTE! pacIpefeNeHuss BePOATHOCTEH, COOTBET-
cTByOIux Kaaccam [83]. ¥cramosieHo, 4TO HaW-
JIydIIMM IIOKA3aTejeM KadecTBa AJTOPUTMA Iuar-
HOCTHKH SBJISIeTCS IMpOorHoctudeckas cuiaa [84].
Y CTOMYNBOCTh KJIACCH(DUKAIMN OTHOCUTEIBHO BbI-
6opa MeToma KiacTep-aHAIH3a 000CHOBHIBAET BbI-
BOJ O peanbHOCTH KjactepoB [85], u T.1. (cM. coot-
BETCTBYIOIIH pasmen B 0630pe [1]).

g mpoBepKHU TUIIOTE3 B MPOCTPAHCTBAX HEYH-
CJIOBOY IPHUPOIBI MOTYT OBITH UCIIOTb30BAHBI CTATH-
CTUKH HWHTerpaibHoro tuma [3, 86], B yacTHOCTH,
Tumna omera-gsazapar [87, 88]. Ormerum, yro mpe-
IenbHAd TeopHud TaKUX CTATHCTHK, ITOCTPOEHHAA
IIEPBOHAYAJIBHO B KJIACCUYECKOH IOCTAHOBKE, IIPH-
obpejia ecTeCTBEHHBIN (3aBepIIeHHbIN, HU3AIIHbIH)
BHJI IMEHHO /I IIPOCTPAHCTB MIPOM3BOJILHOTO BUIA
[89, 90], mOCKOIBKY IIpM 3TOM YAAIOCH IIPOBECTHU
paccy:xmeHus, onupasch Ha 6a30Bble MaTeMaTH4e-
CKHe COOTHOIIIEHHWS, a He Ha Te YacTHhIe (¢ obIei
TOYKH 3PEHHs), YTO ObLIH CBA3AHBLI C KOHEIHOMEP-
HBIM TPOCTPAHCTBOM.

O HEeKOTOPBIX 00JIACTAX CTATHCTHKH
HEYHCJIO0BBIX TAaHHBIX

Kparko paccMoTpuM HEKOTOpBIE CTATHCTHYE-
CKMe MeTOAbl aHamm3a JaHHbIx [91], memxariux B
KOHKPETHBIX IIPOCTPAHCTBaX HEYUCIOBON IIPUPOIEI.

Henapamerpuyeckas cCTaTHCTHKA — 3TO MIPEKIE
BCEro paHroBad CTATHUCTHKA, T.e. OCHOBAaHHAsd Ha
paHrax — HOMepax 3JIEeMEHTOB BHIOOPOK B BapHAIlH-
OHHBIX pdAgax. PaHI‘I/I HU3MEepeHbl B IIOPAAKOBBIX
IIKAJIaX, a 3HAYeHHUs PAHTOBBIX CTATUCTUK WHBAPHU-
AHTHBI OTHOCHTEIHLHO JII0OBIX CTPOTO BO3PACTAIOIIHX
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peobpasoBaHuii — MIOIMYCTUMBIX IIPe0OpPa3oBAHUM
B TaKux mIkanax. Hemapamerpudyeckas CTATHUCTHUKA
MI03BOJISET eaTh CTATHCTUIECKHE BhIBOBI, OI[€HH-
BaTbh XapaKTEPHUCTUKHN U IIOTHOCTH PACIIPEIeIeHus,
MPOBEPATh CTATUCTUYECKHWE TUIOTe3bl 06e3 ciaabo
000CHOBAHHBIX MPEIIONOKEHUH O TOM, 4TO (PyHK-
[UA pacIpeneaeHus 3JIeMEeHTOB BbIOOPKH BXOMUT B
TO WK WHOE MapaMeTpudecKoe cemericTrBo. Hampu-
Mep, IIUPOKO PacIpocTpaHeHa Bepa B TO, YTO CTATHU-
CTUYECKHe NaHHbIE YaCTO IMOMIUHSIIOTCI HOPMAJh-
HOMY pacrpejiefieHu0. MareMaTHKH [yMaioT, 4YTO
9TO0 — 3KCIEPUMEHTAIBHBIN (PAKT, yCTAHOBIEHHBIN
B IPHKJIAIHBIX UcCleqoBanusax. IIpuknagHuky yse-
PEeHBI, YTO MAaTEMATHUKH I0KA3aJI1 HOPMAIbHOCTh pe-
3yJabTaToB HaOmomeHui. Mexay TeM aHain3 KOH-
KPETHBIX pPe3yJbTaTOB HAOIIOMEeHUI, B YACTHOCTH,
TIOTPENTHOCTEN M3MEPEHWH, IPUBOJAUT BCETAa K OfI-
HOMY ¥ TOMY K€ BBIBOAY — B IOJABIAIOIEM 00Ib-
IIWHCTBE CIIy4aeB pealbHble PaCIpeIeIeHus Cy-
I[ECTBEHHO OTJIMYAIOTCI OT HOpMaabHBIX. Ha asrtor
o0beKkTUBHBIN akT obparnan suumanve B. B. Ha-
JUMOB B CBOEH Kiaccuueckoi Mmouorpadguum [92].
Hayunas mikona metposora 1. B. HoBurikoro muo-
TOYHCJIEHHBIMU SKCIIEpHUMEHTaMH IIOJATBepauia OT-
CYTCTBHE HOPMATBLHOCTH IOTPENIHOCTEH M3MepeHHH
[93]. OnybaukoBanHas B skypHaae cBogka [94] (cm.
takke [95]) Brimouena B yuebuuru [24, 31]. B [96]
YCTAHOBJIEHO, YTO II0 BHIOOPKAaM 06beMoB 6 — 50, Kak
MPaBWJIO, HE yAAeTcsd OTIWYUTH HOPMAaJIbHOE pac-
mpefiesieHne OT APYTUX BHAOB PACIpeIeIeHu .

Hexkpuruueckoe HCIIOIb30BAHKUE THIIOTE3bI HOP-
MajabHOCTH YaCTO IIPUBOAUT K S3HAYUTEIbHBIM
omrmbKaM, HaIpuMep, Ipu 0TOpPaKOBKe PE3KO BBIe-
JISIOIIUXCS PEe3yIbTaToB HAOMIomeHul (BHIOPOCOB),
IIPH CTATUCTUYIECKOM KOHTPOJIE KAYeCTBa U B IPYTHUX
cinyuasx [24]. Ilosromy 1enecoo6pasHO HCIIOIB30-
BaThb HemapaMeTpHU4YecKHue MeTOIbl, B KOTOPBIX Ha
yHKIIUKM pacmpeneseHus pesylIbTATOB HabJIoIe-
HHUU HaJIO0KeHbI BecbMa ciabbie TpeboBanwmsa. OObIu-
HO IIPeAToIaraeTcs JUIb UX HellpPepbIBHOCTL. K Ha-
CTOSIIEMY BpeMeHH C IIOMOIIbIO HellapaMeTpuye-
CKHX METOO0B MOKHO pellaTh MPAKTUIECKH TOT Ke
KpYT 3a7a4, 4YTO paHee pelayicd rapaMeTpruIecKuMu
meromamu. Ilpumepsl — olleHHWBaHHE XapaKTepH-
CTUK pactpenenenus [97] u mpoBepka TUIIOTE3bI OfI-
HOPOIHOCTH 11 He3aBucuMbIx [87, 99, 100] u cBa-
sanHbix [88] BBIOOpOK. OmHarko sra wHQOPMAIIHST
ellle He BOIILIa B MaccoBoe co3Hanue. J[o cux mop Ty-
MTUKOBOM TEMAaTHUKE MapaMeTPUIeCKON CTATHUCTUKH
ITOCBSAIIEHBI OOIIUPHbIE Pa3iesbl yUeOHUKOB U IIPO-
rPaMMHBIX IIPOIYKTOB.

CoBpeMeHHOEe COCTOSIHHE HelapaMeTpPHYecKon
crarucTuku paccmorpero B [101, 102]. Ora obmactb
KCCIeIOBAHMUI MIPOIO/IKAET AKTUBHO PA3BUBATHCH.
OrMeTuM Hay4HbIE Pe3yabTaThl KAK BHYTPH HEE
[103, 104], Tak u Ha CTBIKEe C APYTUMHU OOIACTAMU
[105, 106].

IIpencraBnsaioT IpakKTUIECKUH MHTEpPEC pesyib-
TaThbl, CBA3aHHBIE C KOHKPETHLIMH O0JIACTAMHU CTa-
THUCTUKH OOBEKTOB HEUYHMCIOBOM MPHUPOALI, B YaCT-
HOCTH, CO CTATUCTHUKOM HeYeTKux MHO:kecTB [107] u
CO CTATHUCTHUKOM CIIy4alHBIX MHOKECTB (HAITOMHUM,
YTO TEOPHUs HEYETKMX MHOIKECTB B OIPEIeIeHHOM
CMbIC/IE CBOOMTCS K TEOPHUU CAYYaMHBIX MHOKECTB
[32]), c HETTapaMeTpUYECKOH TeoOpreH apHbIX CpaB-
HEHUH W JI0CHAaHOB (OepHY/JIHEeBCKMX OMHAPHBIX
BexkTopoB) [108], ¢ akcmomMaTWYeCKMM BBEIEHHEM
METPUK B KOHKPETHBIX IIPOCTPAHCTBAX 00BHEKTOB He-
yucmoBod npupozs! [109], a Takke ¢ pAmIOM IPyTHUX
KOHKPETHBIX TIOCTAHOBOK.

Pesyabprarsl KOHTPOJIS IIITYIHON IIPOAYKIIUU 110
aIbTEPHATUBHOMY MIPU3HAKY IIPEICTABISIOT COO0M
rocaenoBaTeabHoCTH U3 0 1 1 — 00BEKThI HeYHCIIO-
BOM HpUPOALI (JIFOCHAHBI), 4 ITOTOMY TEOPHUIO CTATH-
CTUYECKOTO KOHTPOJA OTHOCAT K CTATHUCTUKE HEYH-
CIOBBIX JAHHBIX [5, 6]. PaboThl mo 5TOM TeMaTHKe
MpeIHa3HAYEHbI JJI CIEIHAINCTOB 10 CTATUCTHIE-
CKHM MEeTOJaM YIIPABJIEHHS KAYeCTBOM IIPOMYKIIHU
[110 - 112].

CrarrcTiiKa HEYHCIOBBIX MaHHBIX IIOPOKIECHA
IMOTPEOHOCTAMY IPAKTUKHU, IIPEIKIE BCETO B 00acTH
SKCIIEPTHBIX OIEHOK. MOKHO KOHCTATUPOBATH, UTO
aHaIu3 SKCHEPTHHIX oneHOK [113] — aTo mpukmai-
HOe «3epKajio» 001eit Teopun. Pertenus 3amgad teo-
PUH BKCIIEPTHBIX OIEHOK 0000IIAaINCh B CTATUCTUKE
HEYNCIOBBIX JAHHBIX. IIpyu IBUIKEHWU MBICIH B 00-
paTHOM HampaBIE€HUU Pe3yJIbTAThbl CTATUCTHKU B
MPOCTPaHCTBAx 00IIed MPUPOIbI HHTEPIPETUPOBA-
JIUCh [IJIA aHAIN3a YKCIEPTHBIX OIeHOK. Kak u mia
CTATHUCTHUKN HEYMCIOBBIX OAHHBIX B II€JIOM, IIy06-
JUKAIUU IIIJIA 110 TPAeKTOPUU: TE3UCHI MOKIamga —
TeMaTHYeCKHuii COOPHUK — MOHOorpadus — yded-
HUK — IIIUPOKOe ucmojb3oBanue [43, 44]. Bmoawe
€CTEeCTBEHHO, YTO HAa3BaHUI COOPHHUKOB TPYIOB He-
(hopMaIbLHOrO HAYYHOrO KOJUIEKTHBA, pasBUBAOIIE-
ro0 CTaTHCTHUKY HEYHCIOBBIX NAHHBIX, HAYMHAIIHCH
CO CJIOB «JKCIIepTHBIe oreHku» [114 — 117]. Orme-
THM, 4TO IIyOAUKAIIUN B JKyPHAJIAX HE ChITPAJIH 3HA-
YHUTENHHOH POJIU B PA3BUTHH PacCMaTPHUBAEMbIX Ha-
yuHbIX HanpaBiaenui. 0630p pa3BUTHA YKCIEPTHHIX
TEXHOJOTMN B HAIlled CTpaHe /[JaH B CTAThAX
[118 — 120].

Bompoch! BHEIpeHUS MaTEMATHIECKUX METOI0B
KCCIeIOBAHUA Bcerga ObLIM B IIEHTPE BHUMAHUSI
sKypHaia «3aBojickas aaboparopus. JmarHoctura
marepuasioB» [121 —123]. IloguepkuBamnucy 060b-
1110e TeOPEeTHUIECKOe U IIPUKIATHOE 3HAYCHUE CTATH-
CTHKM HEUYHCIIOBBIX HAHHBIX [124], meobxommmocTu
repexoja OT OTAeNbHBIX METOIO0B aHAIW3a JAHHBIX
K paspaboTKe BHICOKUX CTATHCTUIECKUX TEXHOJIOIHIH
[125, 126] u mcoab30BaHUA COBPEMEHHBIX CHCTEM
BHEIPEHUSI MATEeMATUYECKHX METOI0B, TAKHX Kak
cucrema «Illects curm» u ee anamoru [127]. O6cy:x-
JAIKCh IPO6GIEeMbl IIPOTPAMMHOIO OOeCIIeYeHHs
[128 — 131]. OgHako nMpUXOOUTCI KOHCTATHPOBATH,
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YTO CO3JAaHWe JUHEHKHM COBPEMEHHBIX IIPOrPaMM-
HBIX IIPOAYKTOB II0O CTATHCTHKE HEYHCJIOBBIX TaH-
HBIX — IIOKA J1eJI0 OymyIiero.

Hepemennble 3aJa4Y CTATHCTHKH
HEYHCJOBBIX TaHHBIX

Haunewm ¢ o6cy:xmeHuA BAUSHUSI OTKIOHEHHH OT
TPAgUITMOHHBIX IIPEANOCHUIOK. B BepoATHOCTHOM
TEOPHUU CTATHUCTHUYECKUX METOMOB BBHIOOPKA OOBIYHO
MoOJeIupyeTcsd KAk KOHEYHAas II0C/IeI0BaTeIbHOCTD
HE3aBHCHMBIX OJIMHAKOBO PaCIIpPeIeIeHHbIX Caydaii-
HBIX BEIMYWH W BEKTOPOoB. B ycrapesiieii mapa-
OurMe cepeauHbl XX B. 4acTO IPEAIOoJaraioT, YTo
9TH BEJIUYMHBI (BEKTOPHI) UMEIOT HOPMAIBHOE Pac-
rpeeIeHue.

IIpu BHEMATEIBLHOM B3IVIS[AE COBEPIIEHHO SCHA
HEPEeaJUCTUYHOCTh IPHUBEIEHHBIX KIACCHYECKHUX
npeanockuiok. HezaBUCHMOCTh PEe3yabTaTOB H3Me-
peHuil 00BIYHO TPUHUMAETCA «U3 O0IIHUX MPEIIOI0-
JKeHHI», MEKIY TeM BO MHOTHX CIy4asx OYeBHIHA
UxX KoppemnupoBaHHocTb., OpuHaKoBas pacipee-
JIGHHOCTh TAK/K€ BBI3HIBAET COMHEHHS W3-3a HU3Me-
HEHWS BO BPEMEHHU CBOMCTB HU3MepsIeMbIX 00pasIloB,
CPefiCTB M3MEPEHHs W IICUXO(HU3UIECKOTO COCTOA-
HHS CIIEI[UAJINCTOB, IPOBOIAIIUX H3MepeHus (uc-
MBbITAHUSA, aHAJIu3bl, OmbIThI). Jlaxe o0OCHOBAH-
HOCTH CaMOTr0 IIPUMEHEHHS BEPOSITHOCTHBIX MOJe-
JIell MHOTJA BBISBIBAET COMHEHHS, HAIIPUMED, LIPHU
MOJIEIMPOBAHNY YHUKAIBHBIX M3MepeHui (coriac-
HO KJIACCHYECKUM BO33PEHHIM, TEOPHIO BEPOSTHO-
cTel 00BIMHO IPHUBICKAIOT IPH U3YYEHUH MACCOBBIX
apienuii). Y y:k coBceM pemKo pacipemesieHus pe-
3yJIbTATOB U3MEPEHHUI MOKHO CYUTATh HOPMAJIbHBI-
mu [24, 31].

Hrak, MeToabl KJIACCHUYECKON MaTeMaTHYeCKOH
CTATHUCTUKN OOBIYHO WKCIIOJb3YIOT BHe cepbl HX
000CHOBAHHOH IpuMeHuMOCTH. KakoBo BiIusHME OT-
KJIOHEHHH OT TPAAUIIMOHHBIX IPEAIIOCHLIOK Ha CTa-
THUCTUYECKHE BBIBOAbI? B Hacrosiee BpeMs 00 9ToM
MMEIOTCS JIUIIb OTPBLIBOYHBLIE CBeleHus. Tak, Tpu
IpuMepa B craTbe [6] MoKa3hIBalOT BECh CIIEKTP BO3-
MOKHBIX CBOWCTB KJIACCHYECKHMX PACYETHBIX METO-
JIOB B ClIyyae OTKJIOHEHWS OT HOpMasibHOCTH. MeTo-
bl TIOCTPOEHHS [TOBEPUTEIBLHOIO HHTEpPBaja IJIf
MaTeMaTHIECKOT0 OKHIAHUS OKa3bIBAIOTCS BIIOJIHE
INPUTOTHBIME IIPH TAKMX OTKJIOHEHHsX. MeTombl
MIPOBEPKH OJHOPOILHOCTH IBYX HE3aBHCHMBIX BBIOO-
POK € IIOMOIIBIO ABYXBBHIOOPOUHOTro Kpurepus CThio-
JIIeHTa IPUTOIHBI B HEKOTOPBIX CiIy4yasx. B samaue
OTOPAKOBKHU (MCKIIOYEHUS) PE3KO BBIAEISIOIIHUXCS
Habmonennii (BIOPOCOB) pacueTHbIE METOMBI, OCHO-
BaHHbIE HA HOPMAILHOCTH, OKA3AJIHUCH IOJIHOCTHIO
HEIPUTOTHbBIMH.

Hrak, ormeruM HeEOOXOZHUMOCTb H3YYEHUST
CBOMCTB pacyeTHbIX METOJIOB KIACCHYECKOM MaTeMa-
THYECKOM CTATHCTHKH, OIMPAIOIIUXCS HA IIPE/II0JI0-
JKeHMEe HOPMAbHOCTH, B CHTYAITHAX, KOTIA 9TO

MPEIIOJIOKeHe He BBINOJHEHO. AmmapaToM s
TaKoro waydeHus Hapamy ¢ meroxom Moute-Kapio
MOTYT IIOCIIY;KUTh IPeJieIbHbIE TEOPEMbI TEOPUH Be-
poarHocteii, nipesxae Bcero IIIIT, mockonbky uHTE-
pecyroliiue Hac pacyeTHbIe METOAbI 00BIYHO KUCIIOJIb-
3yI0T pasHooOpasHble cymMmbl. Iloka momoOHOe u3y-
YeHHEe He IPOBEJEHO, OCTAaeTcd HEeACHOW HaydHad
[IEHHOCTH, HATIpUMeEp, TPUMEeHeHU OCHOBAHHOTO HA
MIPE/III0IOKEeHIHH MHOTOMEPHON HOPMAIBbHOCTH (DaK-
TOPHOTO aHAIN3a K BEKTOpaM U3 IIePEMEHHBIX, TIPH-
HUMAIIUX HEOOJbIIOE YUCI0 IPAfAIHid U K TOMY
K€ MU3MEPEHHBIX B MIOPSIAKOBOMH IIKATIE.

Hepetternbim  mpobiieMaM  CTATUCTHUKUA — II0-
cesensl crarbu [132, 133]. OnHa U3 BaMKHBIX IIPO-
671eM — KCIIONB30BAHUE ACUMIITOTHYECKUX PEe3yiIhb-
TaTOB HPHU KOHEYHBIX 00heMax BbIOOPOK. Komeuwo,
€CTEeCTBEHHO WM3YYHUTb CBOMCTBA aJTOPUTMA C IIO-
mompio Meroga Mounre-Kapmo. OnHako m3 Kakoro
KOHKPETHOTO pacipefelieHus Oparh BBIOOPKU IIPH
mozenupoBanuu?! OT BbIOOpa pacipeeaeHus 3aBu-
cuT pesynbraT. Kpome TOTO, MATYUKHU IICEBJO-
CIIyYaWHBIX YKUCEN JHUIIb UMUTHUPYIOT CIyIaHHOCTD.
o cux mop HEM3BECTHO, KAKUM JaTUMKOM I[eIeco00-
Pa3HO TOJB30BATLCA B CIydae BO3MOMKHOTO Oesrpa-
HUYHOTO POCTA Pa3MEpPHOCTH IpOCTpaHCTBa. B Ha-
[IeM JKypHAJIE MPOMOBKAETCA MUCKYCCHUsS, HAYATasd
cratbamu [134, 135].

I pyras npobiema — obocHoBaHUE BbIOOpA O1I-
HOTO M3 MHOTUX KPHUTEPHEB JIS IPOBEPKU KOHKPET-
HOI runoresbl. Hampumep, [yia mpoBepKu 0JHOPOI-
HOCTH [IBYX HE3aBUCUMBIX BBHIOOPOK MOYKHO HCITOJIb-
3oBathb Kpurepunm Crwionenta, Kpamepa — ¥Yamua,
Jlopna, xu-kBagpar, Bunkokcona (Mauna — Yurun),
Ban-gep-Bappena, Cosumxa, H. B. CmupnoBa, Tuma
omera-kBaapar (Jlemana — Posenbmarra), Pembmu,
I'. B. Maprsizora u ap. [87, 103]. Kaxkoii Bei6paTs?

Kpurepuu ogroposHOCTH IPOAHATU3UPOBAHbI B
[136]. EcrecTBeHHBIX ITOAXOJ0B K CPABHEHHUIO KPH-
TepueB HECKOIHKO — HA OCHOBE aCHUMIITOTHIECKOH
OTHOCHUTENILHOM 3(perTrBHOCTH 10 Baxanypy, Xozx-
skecy — Jlemany, [lutmeny. Y kamapiii u3 mepeduc-
JIEHHBIX KPHUTEPHEB SBIAETCI ONTUMAIBHBIM IIPH
COOTBETCTBYIOIIEH albTePHATUBE WIH MOAXOJAIIEM
pacmpeneneHuu HAa MHOKECTBe anbrepHATuB. llpwm
9TOM MaTeMaTUYECKHE BBIKIAAKU OOBIYHO HCIIONb-
3yIOT aTbTEPHATHUBY CABUTA, CPABHUTEIHLHO PEIKO
BCTPEUAIOIIYIOCT B IPAKTHKE aHAIN3a PealbHbIX
CTATHUCTUYECKHX JaHHBIX. UTOr meuasnsen — OiecTs-
mas MareMaThdecKas TeXHUKA, MPOJAEMOHCTPUPO-
BaHHada B [136], He M03BOJIsAET AATh PEKOMEHIAIINN
711 BBIOOpA KPUTEPUA MPOBEPKH OMHOPOMXHOCTH
[IPH aHAJIN3€e PeaJbHbIX JAHHBIX.

[Ipo6embr paspabGoOTKM BBICOKUX CTATHUCTHYE-
CKMX TEXHOJOTHH mocTasiieHsl B [125, 126] (cM. Tak-
ske omHomMeHHbIM cauT http://orlovs.pp.ru). Hec-
[oJIb3yeMble IIpH 00paboTKe pealbHBbIX [JAHHBIX
CTATUCTUYECKHE TEXHOJIOTHU COCTOAT U3 TIOCIE[0Ba-
TEJILHOCTH OIlepaIiuii, KasKaas U3 KOTOPBIX, KaK mpa-
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BUJIO, XOPOIIIO U3y4eHa, IIOCKOJIBKY CBOAUTCA K Olle-
HUBAHUIO (IIapaMeTpoB, XapaKTEpPUCTHK, pacipe-
JeJIEHUH) WIN TPOBEPKe TOH WM WHOH THIIOTE3BI.
OmHAKO CTATHCTHYECKHE CBOMCTBA PE3yJbTaTOB 00-
paboTKH, IMOJYyYEeHHBIX B XO[€ MOC/IEOBATEIHHOTO

IIpUMEeHEeHUsd TaKuxX Ollepaliui,

MaJo W3y4eHBI

[137]. Heobxomuma Teopus, MO3BONAONIAA U3ydaTh
CBOMCTBA CTATHUCTUYECKUX TEXHOJOTMH M TaK WX
KOHCTPYHPOBATH, YTOOBI 06€CIIEYUTH BHICOKOE Kade-
CTBO 00pabOTKY JAHHBIX.

B szaxmrouenve oTMeTHM, 4TO pasBepHYTOE OITH-

CaHue CTATUCTUKYA HEYWCIOBBIX IAHHBIX TAHO B MO-
Horpadwmsax [7, 24, 31]. Ilpu nanpHeiinem pasBUTHH
HCCIIEJIOBAHUM BaKHO OIMUPATHCI HA COBPEMEHHYIO
MeTtomoJioruio [14, 138].
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