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PA3SPABOTKA METOJUKHN PEHTTEHO®J/JIYOPECIHEHTHOI'O AHAJIM3A
IIUHK-AJJIOMUHUM-MATHHUEBBIX CIIJIABOB
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Paspaborana meronuka peurrenoduryopeciieHTHOro anaimsa (POA) muHK-arfoMuHIA-Marame-
BBIX CILIABOB, Mo3Boisoasn onpenendaTs Mg, Al, Pb, Si, Cu, Mn, Fe u Ni. Ycranosneno siaus-
HEe crocoba IIPOOOIIOATOTOBKH HA JIMHEHHOCTh IPaLyHPOBOYHBIX IPAUKOB I OLIPENeIeHNT
aneMenToB. VcenenoBanbl yCIOBHS OIpee/ieHrs OCHOBHBIX Jerupyomux (Al, Mg) u npumec-
wbix (Pb, Fe, Cu, Si, Mn, Ni) snemenToB merogom PPA. IIpenoxeHo UCIIonb30BaHUE KOPPEK-
M¥ MATPUYHOTO BIUAHUA BHIOOPOM anbha-Ko3d(PHUIMEHTOB 110 HHTEHCHBHOCTH PEHTTEHOBCKO-
T'0 M3JIyYEHUs C IOCIEAYIOIINM aBTOMATHIECKUM IIpeodpasoBanueM (DyHKIVY B JTUHEHHBIA BU.
I'pagyupoBounbie rpadurn mis omnpenenenus Mg B mumamasome 0,00019-5,04 %, Al —
0,0002 - 12,4 %, Pb — 0,0012 - 2,07 %, Si — 0,0005 - 0,12 %, Cu — 0,0006 — 5,95 %, Mn —
0,0004 - 0,00524 %, Fe — 0,0009 — 0,41 %, Ni — 0,0009 — 0,27 % mosy4eHbI ¢ TpUMEHEHHEM
CTaHIAPTHBIX 00pPA3I0B M IIPOM3BOJCTBEHHBIX IIPO0 CILIABOB, XMMHUYECKHUU COCTAB KOTOPBIX
IPEBapPUTENIHHO YCTAHOBIEH METOIOM ATOMHO-SMHCCHOHHOH CIEKTPOMETPHH C HHAYKTUB-
HO-CBSI3aHHOM IIIa3Moi. [IpaBuibHOCTS paspabOTAHHON METOAMKHN ITOITBEpIKIeHA I[yTeM aHa-
JIM3a CTAHAAPTHBIX 00PA3II0B M COIOCTABIEHHEM Pe3y/IbTATOB AHAIN3A C IIPHMEHEHUEM TecTa
CropromenTa.

KaioueBble cJIoBa: IMHK-IIOMUHUNA-MArHUEBbIE CIUIABBI, PEHTIeHO(IyOPECIeHTHBIN aHa-
JIU3; TPASyUPOBOYHBINA IpaduK.
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A technique for X-ray fluorescence spectral analysis of zinc-aluminum-magnesium alloys has been devel-
oped, which allows the determination of Mg, Al, Pb, Si, Cu, Mn, Fe, Ni content in the alloy. The effect of
the sample preparation method on the linearity of calibration graphs is revealed. The conditions for deter-
mining the main alloying (Al, Mg) and impurity (Pb, Fe, Cu, Si, Mn, Ni) elements by X-ray fluorescence
spectrometry were studied. It is proposed to use the correction of the matrix effect by selecting alpha coef-
ficients for the intensity of X-ray radiation with subsequent automatic conversion of the function into a
linear form. Calibration graphs for determination of the elements in the corresponding ranges, i.e., Mg
(0.00019 - 5.04%), Al (0.0002 — 12.4%), Pb (0.0012 — 2.07%), Si (0.0005 - 0.12%), Cu (0.0006 — 5.95%), Mn
(0.0004 — 0.00524%), Fe (0.0009 - 0.41%), Ni (0.0009 — 0.27%), were obtained using standard reference
samples and production samples of the alloys, the chemical composition of which was previously deter-
mined by inductively coupled plasma atomic emission spectrometry (ICP-AES). The correctness of the
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developed methodology was confirmed by analysis of standard samples and comparative analysis of the
obtained results using the Student’s ¢-test.

Keywords: zinc-aluminum-magnesium alloys; X-ray fluorescence analysis; calibration curve.

BBenenune

B macrosmiee BpeMms MepCreKTHBHBIM HAIPaB-
JIEHWEeM Pa3BUTHSI METAJLyPTUIeCKOH MPOMBIIIIEH-
HOCTH SIBJISETCS IMPOM3BOJICTBO ITUHKOBBIX CILIABOB,
HaHeCeHHe KOTOPBIX HA IMMOBEPXHOCTb TOTOBOM IIPO-
OYKIIMU TIOMOTAeT PEUINTb BAKHEHIIYIO 3a7ady 3a-
I[UATHI CTATHHOTO IIPOKaTa OoT Kopposuu. aa Hame-
CeHUs NUHKOBBIX MOKPBITUH OOBIMHO HCIIOIB3YIOT
METOJ TOPAYEro MOTPYKEHHUsA CTAIbHOTO MPOKaTa B
pacriaB. YIydiieHuo aHTHKOPPO3UOHHBIX CBOMCTB
MOKPBITHH CIOCOOCTBYET JIETHPOBAHWE ITMHKOBBIX
crmasoB Mg, Al wiu Cu. Ilpu sToM nMHKOBBIH pac-
iaB, gerupoBanubii Mg u Al (ITAM), B mpoiiecce
KPUCTALTU3AINN HA TIOBEPXHOCTH CTAIBHOTO JIUCTA
00pasyeT pasBeTBIEHHYI0 SBTEKTHUECKYIO CTPYKTY-
Py, 9TO [OIIOJHHUTEIHHO ITOBHINIAET KOPPO3HOHHYIO
CTOMKOCTh MEeTaJLIIypruuecKOd IIPOLYKINU 3a CcUeT
VAJWHEHUA IIyTH TPOHUKHOBEHUS KUCIOPO/IA U Biia-
ra K noepxHoctu mpokara [1]. Tpebopanus K xu-
mudeckomy coctaBy I[AM cmiaBoB OTpaskeHBI B
HOpPMAaTHUBHO-TeXHHYecKor moxymenrtaruu [2]. Ilo-
9TOMY OIIpeJieIeHHe JIETUPYIONUX SJIEMEHTOB B ITHH-
KOBOM CILJIABE SIBJISETCS aKTyaTbHOM 3a7avet.

CoBpemeHHass MeTomuyecKas Oasa Kojaude-
CTBEHHOTO aHaj u3a ITUHKOBBIX CILUIABOB BKJIIOYA-
er TIeNbli pAL METOAHMK: (DOTOMETPHUYECKUX
(®P.1.31.2006.02890), aromuo-abcopbitaonnbx (I'OCT
25284.1-8), uckpoBbix aromHo-amuccuoHubIX (I'OCT
23328) [3] u aTOMHO-3MHCCHOHHBIX C WHAYKTHB-
HO-cBsaA3aHHOU muasMmou (PP.1.31.2007.04186) unu
TIIEIONAM PaspsnoM [4], Macc-CIIeKTPOMEeTPHIECKUX
C WHIYKTHUBHO-CBsI3aHHOM Iwrasmoi [5]. Ilepeuwnc-
JICHHbIE METOIbI 00JaJaf0T PAJOM IIPEUMYIIECTB
(BBICOKOM YYBCTBUTEIBHOCTHIO U CEIEKTUBHOCTHIO,
[MIAPOKUMH THATA30HAMHU OIpeaeIseMbIX Coaep:Ka-
HUH, HUBKUMH IpeaeaaMu O0HApPY:KEHWd, OTHAKO
OOJIBIITMHCTBO M3 HUX TpeOyeT mepeBeeHus mMpPoObl
B pPacTBOp, UTO YBEIUYHUBAET IPOIOJLKUTEIBHOCTD
aHaIu3a.

B macrosiee Bpemst Hauboiee IepCIeKTHBHBIM
IUIS OIIPEJIeJIEHN 3JIEMEHTOB B IIMHKOBBIX CILTIABaX
SABJIETCH METO][ PEHTTeHO(IIYOPECIIEHTHOTO aHAIU-
3a (P®A). Hocromncrea PDPA — skcmpeccHOCTD
(Bpemsa ananmmsza — 1 -5 MuH), TOYHOCTH (OTHOCH-
TelbHAsA IMOTPEIIHOCTh pesynabraToB — 2 — 10 %),
MIPOCTOTA PEATU3AINH 34 CIET AaBTOMATHU3AIINH IIPO-
1ecca M OTCYTCTBHA HEOOXOAMMOCTH TIepeBOfa IIPO-
ObI B pACTBOp, YTO IIO3BOJISET YJIYUIIUTH 3KOJIO-
TUYHOCTh IIPOBEIEHUS W3MEPEeHHH 10 CPaBHEHHUIO
¢ gpyrumu wMertomamu. CoBpeMeHHBIE METOIUKU
P®A xapakTepusyOTCa OTHOCUTENHHBIM CTaHIAPT-
HbIM OTKJIOHeHuUeM 0,1 — 0,5 % u HWKHUMH TPaHU-

mamu ompezpenseMbix comep:xanui or 0,00001 mo
0,05 % B 3aBUCHMOCTH OT XHUMHUYECKOTO COCTaBa aHa-
nusupyemoro marepuana [6, 7]. Kpome Toro, mpeme-
JIBI OIpeesieHus dJeMeHTOB MeromgoM PPA moryr
OBITH CYIIIECTBEHHO CHUIKEHBI IIPH KCIIOJIb30BAHUU
MIPeBApUTENHHOTO KOHIEHTPUPOBAHUA, B YACTHO-
CTH, COpPOIMOHHOTO HA TBEpPAbIX IoamMmepax [8].
YIIydIlleHuI0 METPOJOTHYECKUX XapPAKTEPUCTHEK Me-
TOAUK aHAIW3a MOHOJHMTHBIX MPO0 cTrajei M cria-
BOB TaKKe CIOCOOCTBYeT KOPPEKIHA MaTPUIHBIX
3(pPeKTOB M HANIOKEHUH CIEeKTPAIBbHBIX TUHUH [9].
IloBbICHTE TOYHOCTH OIIPENEIEHUS KOMIIOHEHTOB,
HaIpuMep, IPHU aHA/IN3e MUHEPAIbHOTO ChIPhS TaK-
3K€ BO3MOKHO IIPH MCIIOJb30BAHUM PACCETHHOTO U3-
JIydeHUA B KaueCTBe BHYTPEHHETo cTanaapTa (Moau-
urupoBanubIii criocob crarmapra-gona) [10 — 13].

Eme ogaum npenmyiiiecreom POA asisercs omn-
peneneHre KOMIIOHEHTOB B HpPo0ax HEM3BECTHOTO
cocraBa. [lma pereHus 3TON 3aa4Yé HCIIONB3YIOT
pacueTHbIN MeTox (PyHIAMEHTATBHBIX IAPAMETPOB,
KOTOPBIH IOJOKUTEIBHO 3aPEeKOMEHI0BAI cebsl IIpu
aHa/IM3e TBEPABIX HP00, COMep:KaIlUX pPeaKue Me-
tamrel [14]. Ogmako maa meroma pyHIAMEHTAID-
HBIX MapaMeTpoB HeoOxoauMma paspaboTKa CIieru-
aIBHOT0 MATEMATHYECKOr0 aJITOPHTMa MHOTOIapa-
METPHYECKOTO pacyera, 00ecrednBaroIIero mocTa-
TOYHBIA YPOBEHb TOYHOCTH pe3yabTaroB POA
[15, 16].

Hecmorpa Ha MHOTOYHCIEHHBIE JOCTOHMHCTBA
P®A, B Hacrosiiiee BpeMsa OTCYTCTBYIOT aTT€CTOBAH-
Hble METOAWKH KOJWYecTBeHHOro amammsa [[AM
CIIJIABOB C TIOJHBIM TIEPEYHEM HOPMHUPYEMBIX Biie-
MeHTOB. B CBfA3M ¢ 5TUM IIe/bI0 HACTOAIIETO HCCIIe-
IOBAHUA SBJISIETCS PaspabdoTKa METOAUKH OIpeese-
HHUSI KOMIIOHEHTOB ITMHK-QJIIOMHUHUH-MarHUEBBIX
craBoB MeTonoMm POA,

JKCIIEPUMEHTAIBLHAA 9aCTh

B xauecTBe 00BEKTOB WCCIETOBAHUS OBLIA BBI-
o6pausr IIAM cmiaBel, cocTaB KOTOPBIX IPUBENEH B
Tabum. 1.

Jlna aHanusa MCIOIb30BAIN PEHTTEHODIyopec-
[IEHTHBIN CIEKTPOMETP C BOJIHOBOH aucHepcuei S8
TIGER (Bruker AXS, I'epmanwms). i ompemerne-
HUS HOPMHUPYEMbBIX 3JIEMEHTOB B IITUPOKOM [HAAIIA30-
He KOHIIEHTPAIWH CTPOWIH TPagyHpPOBOYHBIE Tpa-
(uKM c mpuMeHeHneM CTaHIAPTHBIX 00PA3IOB IIHH-
koBoro tumna: I1TAM9-1,5, IIAM10-5, ITAM9-1,5J1,
ITAM10-5JI, ITAM9-1,54, ITAM10-54 (KOoMILIEKT
M28), I1®4, I[TA4o (kommmerr M92), ITAM9-1,5
(kommurexkr M160); 41X Z3: IMPURITIES IN ZINC
(CAST); wommurexr VSZ2 (tabm. 2) u mpoU3BOI-
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CTBEHHBIX IIPO0, COCTAB KOTOPBIX OBLI IIpeaBapH-
TEJIFHO YCTAHOBJIEH METOIOM aTOMHO-3MHCCHOHHOM
CHEKTPOMETPHUH C MHAYKTUBHO-CBA3aHHOU NJIa3MOU
(A9C-UCID) (ZAM-MA-2, ZAM-O).

IlogroroBKy mpo6 A IOCTEIYIOIIEro CIeK-
TPaJTbHOTO aHaIu3a IPOBOIWIHN C IIPHMEHEHWEeM
[M0JIyaBTOMATHYECKOr0 (hpesepHoro cranka Herzog
HPF (dpessr CoroMill) nau pyunoro mrncoBaib-
noro cranka Herzog HT350 (samerkTporopyHmoBas
HIKypKa).

O6cy:xneHue pesyabrTaToB

IIperusuonnocTs pesyabratroB POA 3aBucur ot
COBOKYITHOCTH (PAaKTOpPOB: BBIOOpa CIrocoba IMOIro-
TOBKHU HOBEPXHOCTH, 000CHOBAHUS yCIOBUH U3Mepe-
HUSA aHAIUTHIECKOTO CUTHAIa (BbIOOpA aHATIUTHIE-
CKOH JIMHUW, KpUCTAJIa-aHAIu3aTopa U KOJIIUMa-
TOpa; CHJIBI TOKA, HANPSKEHUS PEHTTeHOBCKOM
TpyOKH, BpEMEHU HAKOILICHUI aHATIUTHIECKOTO CHT-
Haja, IIUPUHBI OKHA MTUCKPUMHUHAIIWH), & TaKKe
croco6a MoCTPOeHUs IPALyHPOBOUYHBIX TPAUKOB.

IIpu mocTpoennu rpagyrpoOBOYHBIX TPad)UKOB
ma oupenenenus Mg, Al, Pb, Fe, Mn, Si, Cu B 1iuu-
KOBBIX CIIABAX MOTOTOBKY P00 OCYIIIECTBIIAIH IIy-
TeM 00pabOTKM JUTHIX 00pasIOB KAk HA ILIKEO-
BanbuoM (Herzog HT350), Tak 1 HA moryaBTOMAaTH-
geckoM (ppeseprom cranke (Herzog HPF). ®pese-
POBKa MO3BOJISET MHHUMH3UPOBATH PUCKHU 3arpss-
HEHHUs aHaJW3upyeMou moBepxHocTu [17], uTto
TIOITBEPIKIAETCI COIIOCTABIEHHUEM IPayHPOBOUYHBIX
3aBHCHUMOCTEH U UX XapaKTEPUCTHK HA IMPUMEpPE OIl-
penenenus Mg (tabi. 3).

OnrumanbHble TapaMeTphbl H3MEPEeHUsA CUTHAIA
(HampAKeHWe W TOK TPYOKH), KPHUCTAII-aHAIU3a-
TOpP, KOJIMMATOP ¥ (PUIBTP BBIOMPATH C yYETOM
MATPUYHOTO  COCTaBA  AHAIHBUPYEMBIX  IIPOo0
(Tabm. 4).

B saBucumocTu OoT sHepruu BO3OYKIEHUS DiTe-
MEHTOB OBLIH BBIOPAHBI CIEAyIOIINe 3HAYEHUS Ha-
MIPSIIKEeHUs PeHTreHOBCKou Tpyoku: mias Fe, Pb, Cu,
Mn — 60 &B; Zn — 50 B; Al, Mg, Si — 30 B. IIpu
onpenenenuu Zn, Al, Mg Heo6xonuMo BapbUpPOBATH
TOK TPYyOKH, YTOOBI PEryINpOBATH MHTEHCHBHOCTH
CIIEKTPANBHBIX JIMHUM BO M30eKaHWe HACBIIEHUT
curnasa. Pacuer 3HaueHUA TOKA BBIIOJIHEH aBTOMAa-

THYECKH IPOrPaMMHBIM 00eCIieueHHueM CIIeKTPOMET-
pa (mopor uuTencusHoctu 1500 xumrr/c). Uuarencus-
HOCTb JWHHUU CHH:KAIU HTPUMEHEHHWEM KOJIMMATO-
POB ¢  BBICOKMM  paspelieHreM  (CTeleHb
paspeliiesus ompeeieHa yriioM PaCKPbITH).

Hna perucrpanuyi PeHTTEHOBCKOTO U3IyYEeHUA
OIpe/ieNsieMbIX 3JIEMEHTOB M y4eTa HAaJIOMKEHUS CO-
CeMHUX JIVHUHA MPUMEHSIN KPUCTAJIbI-aHATH3aTO-
PBl C Pa3TUIHBIMUA 3HAYEHHUIMH MEKILIOCKOCTHBIX
paccToTHUN U OpHUeHTaIuel MJIOCKOCTU ITOBEPXHO-
CTH, KOTOPBIE OIPENEeIAI0T CTEleHb pPa3pelleHMUs.
IIpu BIGOpE KpHCTAIA-aHATH3ATOPA PYKOBOICTBO-
BaJNCh yCJIOBUEM, YTO YEM MEHbIIle MEKIIJIOCKOCT-
HOE PacCTOAHUE KPUCTAJIa, TEM BBIIIE €T0 CII0co6-
HOCTB K paspelleHuio MUKoB. B pabore ucmonb3oBa-
au kpucrasuiel XS-55, PET, LiF200. [lx1sa onpenemne-
uua Al, Zn, Cu ucosb308aIu KOJLIEMATOP C YIJIOM
mudpparmuu 0,23°, naa Mg, Pb, Fe, Si, Mn — komtu-
MarTop ¢ yriaom packpbrtua 0,46°.

Ocoboe BHUMAHME YIEIAIH BHIOOPY YCIOBHH OTI-
penenenus Pb, Fe, Cu, Si: uTo6b1 yBeTHUHUTE YyBCT-
BUTEJBbHOCTh OIIPEIEIEHHUS STUX JJIEMEHTOB H3-3a
WX HUBKOUM KOHIIEHTPAI[NH, BpeMs HAKOILJICHH aHa-
JIUTUIECKOTO CHUTHAA /IS MUHUMHU3AIMUN (PIyKTya-
uil oHA ¥ YBETUYEHUA COOTHOIIEHUS CUTHAI/TIIyM
IOJLKHO OBITh OINTHMANbHBIM (Tabi. 4). JKcmepu-
MEHTAJILHO YCTAHOBJIEHO BpeMs HAKOILJIEHHUS CHTHA-
na, pasuoe 100 ¢ ga Pb u 60 ¢ ga Fe, Cu u Si. Ber-
60p MIMPUHBI OKHA JUCKPUMUHAIIAN OCYIIIECTBIEH B
mporpaMMHOM obecriedeHur (Iocjae CKAaHMPOBAHUS
AHATUTHYIECKUX CHUTHAJIOB BJJIEMEHTOB HA BBHIOpAH-
HBIX JIUHUAX) 110 IPUHITAILY 00eCIIeYeHus PerucTpa-
MY MaKCUMAaJIbHOH WHTEHCUBHOCTY aHAIUTUIECKO-
ro cursajua (it HU3KUX KOHIIEHTPAIUH IIPeII0YTH-
TeJIbHBIM SBIISETCA Y3K0€ OKHO JUCKPHMUHAINHN).

Oco6ennocts P®PA — BbICOKOE MaTpHYHOE
BIIMSTHUE, BBULY 9TOT0 YPABHEHHUE I'PaLyUPOBOYHOIO
rpaduKa, KaK IPaBUIIO, IPEeAICTaBIeHO (POPMYIIO:

C,=ADP + BI? + DI + F, (1

rae C; — KOHIIEHTPALMS OIPEIeIsIeMOoro SJIeMeHTa,

I — HUHTEHCHUBHOCTbH peHTI‘eHOBCKOfI JIMHHUH.
IIporpammuoe obecrnieuenue “Spectra Plus” [18]

[I03BOJIAET AHAJIU3UPOBATDH IIPOOBI Pa3HOOOPA3HOIO

Tabauma 1. XuMudecknii cocTas IIUHK-AIIOMUHUIA-MAarHUeBhIX CIIIaBoB [2]

Table 1. Chemical composition of zinc-aluminum-magnesium alloys [2]

Maccosas mois, %

Mapxka cnmaBa OCHOBHBIX KOMIIOHEHTOB

IIpumeceit, He 60mee

7n Al Mg Pb Fe Cu Si
ZAM 1 OcuoBa 1,8-2,0 1,0-1,3 0,005 0,005 0,002 0,005
ZAM 2 OcnoBa 1,4-1,6 09-12 0,005 0,005 0,002 0,005
ZAM 3 OcHoBa 1,1-1,3 2,9-3,1 0,005 0,005 0,002 0,005
ZAM 4 OcHoBa 1,1-1,3 1,1-1,3 0,005 0,005 0,002 0,005
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Ta6auma 2. Cocras craHgapTHHIX 06PA3LI0B IUHKOBBIX CIUIABOB M IIPOU3BOJCTBEHHBIX P00, MCIOIB3YEMBbIX IS ITOCTPOEHUST
rPaJyHpPOBOYHBIX IPaUKOB

Table 2. Composition of standard reference materials and production samples of zinc alloys used for plotting calibration
curves

ArrecToBaHHOE 3HAYEHUE MACCOBOM A0JIH KOMIIOHEHTaA, %

CO
Al Cu Fe Si Mg Pb Mn Ni
Kommuiekr 41X Z3
41X ZMAO. 5 0,50 — — — 0,52 — — —
41X ZMA1.0 0,99* — — — 1,02% — — —
41X ZMA1.5 1,50 — — — 1,52 — — —
41X ZMA2.0 1,98 — — — 2,02 — — —
41X ZMA2.5 2,47 — — — 2,50% — — —
41X ZMAS3.0 2,98 — — — 3,00 — — —
41X ZMA4.0 4,02 — — — 4,04 — — —
41X ZMA5.0 5,13 — — — 5,04 — — —
Kommiexr M28
281 10,5 5,95 — 0,12 0,114 0,088 — —
282 12,4 4,12 — 0,27 0,057 0,029 — —
284 7,8 1,66 — — 0,031 0,056 — —
285 6,4 0,81 — 0,031 — 0,032 — —
Kommurexkr M92
921 3,92 0,069 0,012 — — 0,018 — —
922 2,72 0,011 0,0046 — 0,0081 0,014 — —
923 3,01% 0,025%* — — 0,024 0,012%* — —
924 4,7 0,106 0,043 — 0,084 0,014 — —
925 3,34 0,060 0,0040 — 0,067 0,028 — —
Kommrexr M160
1601 7,95 2,73 0,085 0,17 0,079 0,023 — —
1602 7,69 1,72 0,016 0,091 0,037 0,020 — —
1603 10,38 1,39 — 0,099 0,049 0,042 — —
1604 9,19 1,14 — 0,062 0,027 0,026 — —
1605 10,89 0,71 0,71 0,0081 — 0,076 — —
Komrutexr VSZ2
VSZ 2-1 0,0112 0,0028 — — 0,0071 — — 0,00528
VSZ 2-2 0,00016 0,0006 0,0019 — — 0,0012 — —
VSZ 2-3 0,00068 0,0459 — — 0,00019 0,213 — —
VSZ 2-4 — 0,00078 0,0053* — — 0,0105 — 0,018
VSZ 2-6 0,0297 0,0057 0,0116* — — 0,068 0,00069 0,0302*
VSZ 2-7 0,06 0,011 0,0094 0,0043* 0,002 — — 0,0109
VSZ 2-8 0,126 0,0318 0,0311 — 0,00065 0,281 0,0004 0,0086*
VSZ 2-9 0,414 0,00112 0,000087 0,037* 0,00039 0,0023 — 0,00096
VSZ 2-10 0,0035 — — 0,00051 — 1,06 — —
VSZ 2-11 — — — — — 2,07 — —
VSZ 2-12 0,772 0,00093 0,00097 0,073 — 0,0092 — —
VSZ 2-13 1,09 0,322 0,121 0,122 — 0,00039 0,0027* 0,273
41X 73 0,00158 0,00345* 0,00605 — 0,00034 0,00502* 0,00524 0,00209
ZAM-MA-2 1,12 < 0,0005 < 0,001 — 1,21 0,0025 <0,1 0,0003
ZAM-O 1,47 < 0,0005 0,0018 — 1,32 0,0027 <0,1 0,0001

* MaccoBblIe [I0JIM 9JIEMEHTOB, KOTOPhIE He YIAaCTBOBAJIN B IIOCTPOCHUH I'PaJLyHPOBOYHBIX IPAPUKOB.
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Ta6auna 3. XapakTepucTHKN TPaJyupPOBOYHBIX rpadukoB i onpenenenns Mg merogqom POA mpu pasandHbIx criocobax mpo-

0OIIOATOTOBKHA

Table 3. Characteristics of calibration curves for Mg determination by XRF using different methods of sample preparation

XapaKTepHCTUKY IPaynPOBOYHBIX IPAUKOB

dnemeHT Crroco6 mpo6onoaroToBKH
R2 Iluanason nmuHeHOCTH, % Macc.
Mg Illnucosanue 0,991 0,00039 - 5,04
®dpesepoBaHue 0,999
Ta6auia 4. Ycinosus u3MepeHus aHATUTHIECKOTO CUTHAIA
Table 4. Conditions for measuring the analytical signal
Ananm- ITono:xenne Touka Touka K Yron Bpewmsa
pucTasI- Hanpsxe- Cuna
DemMeHT THYecKas JIVHUH, ona 1, omna 2, nudpakum, usMepe-
aHaIN3aToOP uue, kB TOKa, MA
JIUHUSA rpa. rpa. rpa. 20, rpaz. HUS, C

Al Al Ko, 144,63 — — PET 0,23 30 135 60
Mg Mg Ka, 20,34 19,14 21,68 XS-55 0,46 30 135 60
Pb Pb LB, 28,27 — — LiF200 0,46 60 67 100
Fe Fe Ka, 57,55 — — LiF200 0,46 60 67 60
Cu Cu Kaq, 45,04 — — LiF200 0,23 60 63 60
Si Si Koy 109,06 — — PET 0,46 30 135 60
Mn Mn Ko, 63,01 61,88 63,96 LiF200 0,46 60 67 60
Ni Ni Ka, 48,70 49,82 — LiF200 0,46 60 67 60
Zn Zn Ko, 41,81 — — LiF200 0,23 50 5 30

XUMHYECKOTO COCTaBa 3a CUeT pPelleHus YpaBHEHUH
MHOKECTBEHHOU perpeccuu Buaa:

Ci=mI}|1+ Y a,l; |, (2)
Jj=1

Ij=1;+Y k], (3)
j=1

rae C;, I, I; — xoHIIeHTpanus, CKOPPEKTHPOBAHHAS
WHTEHCUBHOCTDH ¥ M3MEPEeHHAs WHTEHCHBHOCTD aHa-
JINTWYECKOHN JIMHWUM DJIEMEHTA 1; /; — TaHTeHC yria
HAKJIOHA TPAyUpPOBOYHOTO rpaduka; I; — nsmepen-
Hasd MHTEHCHBHOCTh HMHTepdepeHTa; a;, k; — Kop-
pexTupyioire Koo UuIHeHTsI, OnpeneaieMble Me-
TOZOM HAWMEHBIIHMX KBAIPaToOB C MOMOIIBIO CTaH-
IApPTHBIX 06PA3I[0B, UCIIOIb3yEMbIX JJIS TIOCTPOCHUS
IPaIyUPOBOYHBIX TPAQUKOB.

Takum o6pasom, Imocjie aHaIH3a CTAHIAPTHBIX
o6pasmoB (cM. Tabil. 2) TPOrpaMMHBIM OOecIeueHw-
€M CIeKTpPOMeTpa BBIMOJIHEHBI aBTOMATHYECKUH
pacder KOPPeKTUPYIIIuX Koo hHUIUeHTOB a;, k; 1
rmpeobpasoBaurie ypasHenuil (1) — (3) B IHHEHHYIO
perpeccuio Buia:

Ii = bCl + a. (4)

YcTaHOBIEHO W CKOPPEKTHPOBAHO MATPHUYHOE
piusaue Zn, Cu, Sb ua onpenenenne Al, Mg, Pb, Fe
(Tabm. 5).

Tab6auna 5. XapakrepucTuka KOPPEKIIUi IPagyHPOBOYHbIX
rpaduxos

Table 5. Characteristics of corrections to calibration
curves

. CMmelenne HHTEHCHBHOCTH,
OmnpepenseMbIit

HIIEMEHT TOIIyICHHOE METOZIOM Hanoxenus
perpeccuu, KumIi/c
Mg -3,72 Zn
Al +1,04 Cu
Pb -6,73 Sb
Fe ~14,88 Cu
Cu -21,51 _
Si -0,51 _
Mn -0,10 _
Ni -3,076 Cu

I'pagyupoBounbie rpadguiu i OIpeleIeHUsd
Mg B guanasone comep:xanuii 0,00019 — 5,04 %, Al
(0,0002 - 12,40 ), Pb (0,0012 - 2,07 %), Si (0,0005 —
0,12 %), Cu (0,0006 - 5,95 %), Mn (0,0004 -
0,00524 %) nonyueHsbI C UCIIOIb30BAHUEM CTAHIAPT-
HBIX 00pasnoB (KomruiekTbr VSZ2, M28, M92,
M160, 41XZMA) u pou3BOICTBEHHBIX IIPO0, XUMHU-
YEeCKUU COCTaB KOTOPBIX IIPEIBAPUTEIHLHO YCTAHOB-
ser merogom ADC HCII. XapakTepuCTHKHN Tpagyu-
POBOYHBIX rPad)UKOB IIPEICTABIEHBI B TA0II. 6.

[IpaBunbHOCTH pa3paboTAHHON METOAMKH IIOJ-
TBEPIKIEHA OIEHKOH pe3ybTaToB H3MEPeHHH II0
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Ta6auna 6. XapakTepucTUKN rPaayHPOBOYHBIX IPadUKOB
Table 6. Characteristics of calibration curves

AIIeMeHT Ypasuenue Clin, PPM C,, ppm iiid;ﬁ;::ﬁ;; HHHZe[IiI:II;;Ii ;[;H;:ng;zcxnﬁ
Mg y=15Tx-14 18,8 62,6 0,9999 0,00019 - 5,04
Al y=111x-12 11,2 37,3 0,9964 0,0002 - 124
Pb y=>59,1x + 7,1 4,0 13,3 0,9998 0,0012 - 2,07
Fe y =471,6x + 14,6 1,0 3,3 0,9988 0,0007 - 0,41
Cu y = 231,6x + 20,8 2,0 6,7 0,9981 0,0006 - 5,95
Si y=32,2x + 0,5 2,7 9,0 0,9999 0,0005 - 0,12
Mn y = 258,4x + 0,1 1,5 5,0 0,9999 0,0004 - 0,0052
Ni y =T728,6x + 2,9 0,7 2,3 0,9999 0,0009 - 0,27

Tab6auna 7. PesynpraTsl peHTreHO(IyOpECIIeHTHOTO aHAIN3a cTaHaapTHHIX 00pasnoB LIAM (n = 10; P = 0,95; ¢ .6, = 2,26)
Table 7. Results of XRF analysis of ZAM certified reference materials (n = 10; P = 0.95; t,;,. = 2.26)

dmenent I'co co,ue?;g:;;ﬁ ?(I,ﬂ‘{%?faacc. Haﬁl;(thHoA? ‘C%? il{eapc??.aﬁﬂe Sr Forcen
Mg 41X7ZMA1.0 1,02 1,06 + 0,08 0,08 1,37
41XZMA2.5 2,5 2,55 + 0,11 0,06 2,06
Al 41XZMA1.0 0,99 1,03 = 0,05 0,07 1,41
923 3,01 3,05 + 0,2 0,08 1,40
Pb 41X73 0,00502 0,0043 + 0,001 0,03 2,06
923 0,012 0,014 + 0,005 0,06 2,01
Fe VSZ2-4 0,0053 0,0049 = 0,0008 0,03 1,74
VSZ2-6 0,0116 0,014 = 0,006 0,05 1,80
Cu 41X73 0,00345 0,0030 = 0,0004 0,02 1,93
923 0,025 0,027 + 0,004 0,02 2,01
Si VSZ2-7 0,0043 0,0036 = 0,0008 0,03 2,10
VSZ2-9 0,037 0,039 = 0,005 0,02 1,56
Mn VSZ2-13 0,0027 0,0021 + 0,0005 0,03 1,62
Ni VSZ2-8 0,0086 0,0080 = 0,0008 0,04 1,70
VSZ2-6 0,0302 0,028 + 0,004 0,06 1,80

kputeprio CThbIOleHTa ¢ IPUMEHEHWEM CTaHIapT-
HBIX 00pasIoB (Tabdim. 7).

3axJaroueHue

Paspaborana wmeroguka ompemenenus Mg
(0,00019 - 5,04 %), Al (0,0002 - 124 %), Pb
(0,0012 - 2,07 %), Si (0,0005 — 0,12 %), Cu (0,0006 —
5,95 %), Mn (0,0004 - 0,00524 %), Fe (0,0009 —
0,41 %), Ni (0,0009 - 0,27 %) B UHHK-aTIOMHAHHHI-
MAarHHEBBIX CILIABAX METOJOM PEeHTTeHO(Iyopec-
1eHTHoOro aHamusa. Mertoguka ampoOupoBaHa IIpu
aHaJIu3e JUTHIX [MUINHIPUIECKUX 00pasIioB IIUHKO-
BBIX CIJIABOB, XapaKTepusyeTcs MPaBUIBHOCTHIO,
BBICOKOM NPEIM3MOHHOCTHI0 W SKOHOMHYHOCTBIO.
JIMHeHHOCTh TPAyHPOBOUYHBIX TPad)UKOB ITOATBEP-
JKIeHa 3HAYEHUAMH KO3(P(HUIIMEHTOB KOPPEISIHK
(0,991 - 0,999). Ilpenennl obHAPY:KEHHUSI U OIpee-
smeHuA cocraBagaoT 1,5 — 19 u 7 — 63 ppm coorBercr-

BenHo. IlpaBwibHOCTE paspabOTAHHON METOSUKU
IIOATBEPIKIEHA OIIEHKOH pe3yJIbTaTOB W3MepPEeHHH
mo kpureputo CTbiofeHTa C IpPUMEHEHHWeM CTaH-
JAPTHBIX 00PA3II0B [UHKOBBIX CILIABOB.

dunaHcupoBaHUE

Pabora yacTudHO BBIMIOJIHEHA B pPaMKax IOCY-
napcreennoro samanms HMOHX PAH B ob6macru
dyHmaMmeHTaNbHBIX HAYYHBIX UCCIEI0BAHMH.
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OIIPEJIEJIEHUE ITAJIJIATUSI B KATAJIN3ATOPAX HA PA3JIMUHBIX
YI'JIEPOJHBIX HOCUTEJISIX METOJIOM ATOMHO-SMUCCHOHHOM
CIIEKTPOMETPHUH C HHIAYKTHBHO-CBSI3AHHOMH IIJIA3BMO

© Punar Pammposwua Usmaiinor®, Baragumup AnucumoBud [[po3nos,

Poman Muxaitnosnd Muponenko, Anexkcanap BanenrnnoBuu JIaBpeHoB

Denepanbublil uccaexoBaTenbeknii neHtp «MucruryT Karanusa um. I'. K. Bopeckosa Cubupcroro ornenenus Poccuiickoit aka-
nemuu Hayk (Omckuit punmain), Poceus, 644040, r. Omck, yin. HedresaBopckas, a. 54; *e-mail: r.r.izmaylov@ihcp.ru

Cmamws nocmynuaa 27 okmsabps 2023 2. I[locmynuna nocae dopabomru 16 nosbps 2023 e.
Ipunsma k nybaukayuu 22 dexabps 2023 2.

Paspa6orana Meroauka orpeieseHns TaLIanus B KaTaIu3aTopax, IPUrOTOBIEHHbBIX HA PA3HBIX
YIJIEPOIHBIX HOCUTEISAX U3 TEXHUIECKOro yriepoaa u cubyunnra, merogom AJC-HCII nocue pas-
JIO}KEHUsT TIPOOBI CMEChI0 XJIOPHOM U a30THO# kucimor. VccrnemoBana cepusi 06pasmoB masuia-
JIUHA-YIIIEPOHBIX HAHECEHHBIX KATAIN3aTOPOB, CHHTE3UPOBAHHBIX HA PA3HBIX TUIAX YIJIEPOJ-
HBIX HOCUTEJIEH: OIIpe/Ie/IeHbl CTPYKTYPHBIE (IT0Ka3aTeb afcopOIu B quOyTHIdTaIare) u TeK-
cTypHbIe (yaeabHas IUIOMIATh II0OBEPXHOCTH, YIEIbHBIA 00heM II0p) XaPaKTePUCTUKH. Y CTAHOB-
JIEHO, YTO THII YTJIEPOHOTO HOCUTENIS He BIUIEeT HA IMPABIIBHOCTD U BOCIIPOM3BOAUMOCTD Pe3y-
JIBTATOB aHAJIN3a NAIIaIMeBbIX KATAIU3aTopoB. I orpenene s naLania MOKHO HCIIOIb30-
BaTh ero anajmurudeckue aunun 340,458 u 360,955 HM 6e3 CHUKEHWsS KauyecTBa M3MEpPEeHUH.
[TpaBUIBHOCTE PE3YIBLTATOB OIPEIeIeHNs AT IOATBEPK/IeHa METOOM «BBEIEHO — HAl-
JleHO». BriOpanublie yCimoBus MPOGOMOATOTOBKY MO3BOJISIOT € BBICOKOM TOYHOCTBIO ITPOBOIUTH
KOJIMYECTBEHHBIN aHAIN3 METAUINIECKHAX CUCTEM Ha OCHOBE YIJIEPOJHOTO HOCHUTENIS: OTHOCHTE-
JIbHAS [TOTPELIHOCTD OIIpeie/IeHNs TalIais He IpeBbImaet 4 %, OTHOCUTEIHHOE CTAHIAPTHOE
otknonenne — He 6osee 0,04. Pesynbrarsr paboThI MOTYT OBITH HCIIOIH30BAHBI /1A AHAIN3A Ka-
TAIU3aTOPOB GIM3KOro XuMIdIecKoro cocrasa merozom AJC-HCII.

KiroueBble ciroBa: aTOMHO-9MHCCHOHHAS CIIEKTPOMETPHSA ¢ HHAYKTUBHO-CBSI3AHHOH ILIA3MOM;
KHCJIOTBI; TAJLIAIUeBbIe KATAIN3aTOPbI; CHOYHHUT; IIPO6OITOITOTOBKA.

DETERMINATION OF PALLADIUM CONTENT IN CATALYSTS BASED
ON DIFFERENT CARBON SUPPORTS BY INDUCTIVELY COUPLED
PLASMA — ATOMIC EMISSION SPECTROMETRY (ICP-AES)

© Rinat R. Izmailov,* Vladimir A. Drozdov,

Roman M. Mironenko, Alexander V. Lavrenov

Federal Research Center “Boreskov Institite of Catalysis of the Siberian Branch of the Russian Academy of Sciences», 54,
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Catalytic processes and technologies are the structure-forming elements of modern chemical, petrochemi-
cal and pharmaceutical industries. Prospects of their development are strongly determined by continuous
improvement of the existing catalysts and developing the advanced and more efficient ones. Among the
available catalysts, an important place belongs to palladium catalysts with carbon supports. Palladium as
an active component exhibits unique catalytic properties in various transformations of organic sub-
stances: hydrogenation, dehydrogenation, isomerization, dehydrocyclization, carbonylation, oxidation,
etc. To control the content of the active component of a catalyst, precise and rapid physicochemical meth-
ods are used. ICP-AES shows a good performance in the analytical practice due to the rapidity, sensitivity,
high accuracy and selectivity in determining various elements. The aim of the study was to develop a sci-
entifically grounded methodological approach to estimate the palladium content in the catalysts synthe-
sized on different carbon supports made of carbon black and Sibunit, which combines only the acidic de-
composition of a sample and analysis by ICP-AES. A series of palladium catalysts synthesized on the car-
bon supports with different structural and textural characteristics was studied. An urgent goal is to con-
trol the content of the active component in the composition of catalysts. This characteristic affects the
phase and electronic state of the metal, the structural and textural characteristics and thus determines
the activity and selectivity of catalysts during operation. Therefore, quantitative chemical analysis is one
of the main methods used to control the quality of catalysts. A method for quantitative determination
of palladium concentration, which combines acidic decomposition of a sample and ICP-AES has been
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developed. The carbon support type was shown to exert no effect on the accuracy and reproducibility of
data obtained by the analysis of supported palladium catalysts. The content of palladium in such catalysts
can be measured using analytical lines 340.458 and 360.955 nm without lowering the measurement accu-
racy. The selected conditions of sample preparation make it possible to carry out a quantitative analysis of
metal systems based on the carbon support with high accuracy. The relative error in determining the ele-
ments did not exceed 4%, the relative standard deviation was no more than 0.04. The results of this work
can be used to analyze catalysts of similar chemical composition by ICP-AES.

Keywords: inductively coupled plasma atomic emission spectrometry; acid; palladium catalysts; sibunit;

sample preparation.

BBenenune

Karanurryeckue mporecchl ¥ TEXHOIOTHHN SBJIS-
0TCA CTPYKTYPOOOPAa3yIOIUMH 3JIEMEHTAMU CO-
BPEMEHHBIX XHUMHUYECKHX, HEPTEXHMUUYECKUX U
(hapmarneBTHYECKUX IPOU3BOACTB. IlepcekTuBhI ux
Pa3BUTHSA B peIlaollel CTeleH: OIPeaeIaioTCsa He-
MPEPHIBHBIM COBEPIIEHCTBOBAHUEM HCIIOIb3YEMbIX
KaTaJn3aTopoB W PaspaboTKOd HOBBIX 6Goiee -
exruBHBIX. Cpeau CyIeCTBY MK KaTATIN3aTOPOB
Ba)KHOE MECTO 3aHHUMAIT HA/IafMeBble KaTaIn3a-
TOPBI HA YIVIEPOAHBIX HocuTenax [1 — 12].

INammagwit KAk aKTUBHBIA KOMIIOHEHT 00JIafaer
VHUKAIBHBIMA KATAJTUTHUYECKUMU CBONCTBAMH B
PAa3IUYHBIX PEaKIUIX MPEeBPAIEHUs OPTaHUIECKUX
BeIlleCTB — THUIPUPOBAHUA, AETUIPUPOBAHUA, U30-
MEepHU3aIlNK, AeTUAPOIUKIU3AINN, KapOOHUIHUPO-
BaHWsA, OKUCIEHUI W 1p., & PasHooOpasHbIe yrIie-
POIHBIE HOCHUTENH, 38 CYET TAKUX CHEIUPUIECKUX
(pHBUKO-XMMHYECKUX CBOHCTB, KaK XHMHUYECKas
WHEPTHOCTh, (DYHKIMOHAIU3AIINSI ITOBEPXHOCTH,
IIMPOKUH JUanaszoH yAeIbHON IIOBEPXHOCTH U IIO-
PHCTOCTH, TIO3BOJISIOT CO3/IaBaTh IIMPOKUM KPYyT Ka-
TanuzaTopoB namnanaui — yraepon (Pd/C), ocobermo
IIJIA OpraHuYecKoro cuHresa [13].

B nacrosiee Bpemst 1T IPUTOTOBJIEHUA KaTa-
mutuaecknx cucreM Pd/C ucmonb3yroT el psj
YIJIEPOIHBIX MATEPHAJIOB: AKTHBHPOBAHHbBIE YTJIH,
TeXHUYECKUH YIJIePOJ, YIJIEPOIHbIE HAHOTPYOKH,
YIIIEPOI-yTIAEPOAHBIN KOMIIO3UT CUOYHUT U T.1. [14].

Tak, B paborax [1, 13, 14] mpomemoHcTpHpPO-
BaHA BO3MOYKHOCTH NIPUMEHEHUS MAJIaJNeBbIX Ka-
TaTNU3aTOPOB HA OCHOBE TEXHHYECKOTO YIIepoja
(Pd/TY) nnst celeKTHBHOIO KHIKO(A3HOTO THIPH-
pOBAHMS Pa3HBIX OPraHUYECKUX BEIeCTB, B TOM
YHCcIe PaCTUTEIbHBIX KUPOB. B paborax [15 - 19]
M3y4YeHbl PEeaKIUU TUIPUPOBAHUA OPTaHHYECKUX
COEIMHEHNH PA3ITUYHBIX KJIACCOB C UCIOIb30BAHUEM
MaTAUeBbIX KaTAJU3AaTOPOB HA ME30IIOPUCTOM
yraepoje (Pd/cubyuwnr).

Conepixanre HAHECEHHOTO MeTa/ia ABJIAETCS
OJIHOM M3 Ba/KHBIX, & B HEKOTOPBIX CIIy4asix — KIII0-
YeBOH XapaKTEePUCTUKON KaTATUTUIECKUX MaTeprua-
JIOB Ha OCHOBE PA3IWYHBIX MOJUMPUKAIINE U (POPM
yrimepona. JlaHHBIA mapamMeTp MOXKET OKAa3bIBaTh
BIMSHUE HA (DA30BOE U SJIEKTPOHHOE COCTOSTHHE aK-
THUBHOTO KOMIIOHEHTA, CTPYKTYPHBIE M TEKCTYPHBIE
XapaKTePUCTUKHU YTI€POIHOTO HOCUTEIS, a CIeI0Ba-

TEJIbHO, OIIpele/ATh aKTUBHOCTHb U CEJIEKTHBHOCTH
KaTaausaropa.

1 KOHTPOJA comep:kaHWsa AKTHBHOTO KOMIIO-
HEHTa B COCTaBe KaTaJIu3aTOPOB MCIOJIB3YIOT BBICO-
KOTOUHBIE U YKCIPECCHBIE (PU3UKO-XMMUYECKHE Me-
Toxbl uccaenoBauusa. Tak, B paborax [20 — 22] msa
ompeaeeHus MMAIaAuA U HUKEJsA, HAHeCeHHbBIX Ha
YIJI€POMHBIA HOCHTE/b, UCIIOIb30BAIA METOM aTOM-
Ho-abcopbOuonnoit crexrpomerpun (AAC) ¢ aro-
Musalnuedl B ruramMeHu. B pa6ore [23] comep:xanue
3070Ta B cocraBe Karamusaropa Au/C ompenpensiau
METOIOM AaTOMHO-dMHUCCUOHHOM CIIEKTPOMETPUH C
WHIYKTHBHO-CBI3aHHOM ILTa3Mou. ABropamu pador
[24 — 26] TIOKa3aHA BO3MOKHOCTH WCIIOJIb30BAHUSM
METOJIOB TEePMOTPABUMETPHH W PeHTreHo(IIyopec-
IIEHTHOTO aHAIN3a MJII KOHTPOJA BBICOKHUX COMEp-
JKAHUU IUIaTUHBL U Menu (6oiee 15 % macc.) B cocra-
Be anekTpokaranusaropos Pt/C u Pt-Cu/C.

Meton aToMHO-dMHUCCHOHHON CIIEKTPOMETPHHU C
WHAYKTHBHO-cBs3aumuor  minasmour  (AJC-HUCII)
XOPOIII0 3aPEKOMEHIOBAJI cebd B AHAIUTHYECKOH
MpakTHKe Ojaromaps SKCIPEeCCHOCTH, YYBCTBUTENb-
HOCTH, BBICOKOH TOUHOCTH ¥ CEJIEKTUBHOCTH OIIpesie-
JIeHUs IIIUPOKOro Kpyra siaeMeHToB. Mexay tem
JAHHBIA METO]] He HaXOIUT IITHPOKOr0 IIPUMEHEHHU:
B aHa/In3e KaTaJIu3aTOPOB HA YIVIEPOIHBIX HOCHUTE-
JISIX, YTO CBSI3AHO C HEOOXOMHMOCTBHIO IE€PEBEIeHMUS
mpo6s1 B pactBop. [IpobomoaroroBka ABIseTca mep-
BOU U 3a9aCTYI0 CAMOM BaKHOU CTaAUEN XUMUYIECKO-
ro amanamsa ¢ mcnoabszoBanueM metoma ADC-HCII
[27].

Kax mpaBuio, mMeramnbl, BXOISAIIHWE B COCTAB
YIJIePOMHBIX KATATM3AaTOPOB B KAYEeCTBE aKTHBHOTO
KOMIIOHEHTA, IIEPEeBOAAT B PACTBOPUMYIO (opMy
METOJIOM O30JIEHHS C TOCIEeAYIOIUM PacTBOPEHUEeM
CyXOr0 OCTaTKa B Pa30aBIIeHHOMN XJIOPOBOIOPOIHOM
KHCJIOTe: HPOo0y CKHralT B My(QeabHOH MHeYHu IIpU
KOHTPOJIMPYEMOU TeMmepaTrype, AOCTATOYHOU Mg
pasnosxenus yriaepomHoro marepuana. Ciemyer ot-
METHUTb, YTO JAHHBLIA METOJ He ABJIIeTCS YHUBEp-
CAILHBIM, TaK KaK TeMIIepaTrypa CKUTAHUSI TBEPIO-
ro 00pasIa 3aBUCUT OT IIPUPOIBI YIIIEPOIHOTO HOCH-
TeJIsi ¥ aKTUBHOIO KOMITIOHeHTa Karasiusaropa. C ox-
HOH CTOPOHBI, CKUTAHUE IPOObI CIeIyeT IIPOBOAUTD
10 BO3MOKHOCTH IIpu 00jiee HU3KOM TeMIlepaTrype Bo
n3beKaHre I0TePh JETYYNX COeIUHEHUN MEeTaJIIOB,
a ¢ Ipyro# — Temieparypa JoJIKHA OBITH J0CTaTOY-
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HOM /I paspyuIieHus O6OJBIINHCTBA YIJIEPOIHBIX
marepuasioB. Tak, Hampumep, B ciydae majuiague-
BBIX YIJIEPOJHBIX KATAIN3aTOPOB METO]] 030JIEHUS C
MTOCTIEIYIOIIUM PACTBOPEHHUEM CYXOTO OCTATKA B pas-
0aBIIEHHON XJIOPOBOAOPOIHON KHCJIOTE HE aer
YVIOBJIETBOPUTENBHBIX, IIOCKOJBKY TIPH BBICOKHUX
Temiieparypax obpasyromuiica okcun mammagua (11)
BHOBB YACTHYHO BOCCTAHABIMUBAETCS C 00pa30BaHU-
eM MEeTAJTIMIECKOTO aafus, KOTOPBIH He pacTBoO-
pAerca B JaHHBIX yCIOBUSX. B CBA3W ¢ 3TUM Aajb-
HelIee pasioKeHHne CyXOr0 OCTAaTKA PEKOMEHAYIOT
IIPOBOJUTD y:Ke IapcKoi BomKoit [20].

OpauM n3 3PPeKTHBHBIX BADUAHTOB BCKPBITHS
MeTaJICOZeP:KAllNX KaTaTu3aTOpPOB Ha YTIEPO.-
HBIX HOCHUTENIIX 6€3 TEPMUYECKOT0 BO3/IEHCTBUS SB-
JfAeTcd WCIOJIb30BaHWE CMECH XJIOPHOM M a30THOM
KHCJIOT, B3ATHIX B OIpPeNeleHHOM (BapbUpPyeMOM)
cootuommenun [7,27]. JlanHbI# crocobd IpUMeHUM
I7I BCKPBITUA MATePHUAJIOB PA3IMIHOTO METAILIOOP-
TaHWYECKOTO COCTaBa U TO3BOJSET B OMHY CTAIUIO
repeBectd TPoOy B PACTBOP IJIs TIOCIEAYIOIIEro
aHAJIN3a COOTBETCTBYIOIINM METO[OM.

[lenr wHacTosAmero wcciemoBaHus — paspa-
6orarh Ccrocob oIpeeseHHs MajIagus B COCTaBe
KaTaJIu3aTopoB, IPUTOTOBIEHHBIX HA PA3HbBIX yIJe-
POIHBIX HOCUTEIAX U3 TEXHUIECKOTO YIJIEPOa U CH-
OyHHTA, COUETAIOIINH TOJIBKO KHUCIOTHOE pPasiIoiKe-
Hue npoOsI u ananus merogom AJC-UCII.

JKCIIepHMEHTATBLHAS 9aCTh

Obopydosarue. B pabore UCIOIB30BATH ATOMHO-
SMUCCUOHHBIH CIIEKTPOMETP C MHIYKTHBHO-CBA3AH-
Holt mrasmoii Varian 710-ES (Agilent Technologies,
ABcTpanusa) C aKCHAIbHBIM PACIOJIOKEHHEM TIO-
penku. OnTuyeckas cucremMa Npubopa BEIOYAET
SIIIEJIIEe-TIOJIMXPOMATOP CO CKPEIIeHHOH TUCIIEePCUel
C mpuU3MOH ¥ MAU(QPPAKIMOHHOH perreTkol 94,74
IITP/MM, JETEKTOPOM CIIy:KUT mpsamoyroabaas CCD-
marpuria. BU-niuranue ocyiecTBiaseTrca OT BCTPO-
€HHOTO TeHepaTopa ¢ PeryIupyeMoi MOIIHOCTHIO OT
500 mo 1700 Br, paboraromiero Ha gacrore 40 MI'm.
Juamnazon perumcrparnum crexkrpa — 177 — 785 HM.
llns B3BemmBaHUA HKCIOAB30Bamu Becbl XE-100A
(Denver Instrument, CIIIA), arickpeTHOCTH U3MeEpe-
HuA Macchl coctaBisia 0,0001 r. YnenbHy0 TOBEPX-
HOCTh ¥ TIOPHUCTOCTH OOPA3I[OB OIMPEmesid C HC-
[I0JIb30BAHUEM O0OBEMHOU BAKYYMHOH CTATHUYECKOMH
yeranoBku ASAP-2020 (Micromeritics, CIITA).

Peazenmur. Jlns pacTBopenus mpobd KCIIOIB30-
BaIW KOHI[EHTPUPOBAHHBIE KHUCIOTHI KBaIU(UKA-
MU 0CY — a30THYI0, XJIOPHYIO U XJIOPOBOJOPOTHYIO.
Jla mpuroToBIeHUs CTAHIAAPTHOTO PACTBOpA IAJI-
JIafusa ¢ KOHI[eHTpanuei 1 Mr/MiI HaBeCKy MeTaslIu-
yeckoro nayuragua maccod 0,1000 r pacTBopanu B
napckoil Bogke (3,0 mur kKomm. HCI + 1,0 mir KomiI.
HNO;). anee pacTBOp yHapUBAIH 0 BIAMKHBIX CO-
mett, mobasaanu 5,0 ma kounentpupoBanuoit HCl u

HarpeBald 0 [BYKPATHOTO yMEHbIIEHHSI o0beMa.
Sarem pmobasnaau 25,0 M GUIMCTHIIIMPOBAHHOM
BOJbI U HArPeBaJIH elnle B TedeHue 3 — 5 muH. Ilomy-
YEHHBIH PACTBOP IIEPEHOCHIN B MEPHYIO KOJIOY 00b-
emom 100,0 Mt 1 1OBOAHMIH 00BEM PACTBOPA [0 MET-
KU OMAMCTH/ITHPOBAHHOUW Bomoii. Paboume pacTso-
PBI TANIaaua TOTOBUIN pa3baBieHreM CTaHIapTHO-
ro pacrsopa 5 %-uoit HCI.

Ob6vexmuvt ananusa. llannaguii onpemendanu B
mpobax KaTalu3aToOpPOB, MPUTOTOBIEHHBIX HA OCHO-
Be TeXHHWYECKOro yriepomga mapok 11145, I1278-9
(meunoii criocob mosydenwns) u T900 (Tepmuueckuit
cIroco0 moJsiydeHus), a Takke cudyuuTa [17].

Yenosus arnaausa. Comepikanve TaLTafus B
pactBopax (B ppm) HAXOIWUIX METOIOM ABYX CTaH-
IapToB (OrpaHUYMBAIOIINX PACTBOPOB) C IIpHMe-
HeHueM pacdyeTHOro moxyJs nporpammbl ICP Ex-
pert II. AmamuTudyeckwii CHUrHAI MAIATUAS HU3Me-
PpATH TpU CIAEAYONINX YCAOBUAX: MOIIHOCTH ILIa3-
mbl — 1,20 kBr, pgaBnenmuwe pacmbLiuTens —
200 klla, mrasmMooOpasyoImKi IOTOK aproHa —
15,0 1/MmuH, aKcHaJIbHBIA IIOTOK aproHa —
2,25 51/MuH, qIVHBI BOJH aHATUTAYECKUX JTUHUH —
340,458 u 360,955 HM™.

Memodura pasaosncernus kamaauzamopos. Ha-
BECKY ITOPOIIIKO00Pa3HOU MpOoOBI MaIIagueBoro Ka-
ranmu3aropa maccoir 50 — 100 Mr momernanu B CTEK-
JISHHBIN crakaH, mobasisaiau 5,0 M 70 %-Ho# XJ0p-
vo# kmcnorel u 10,0 mm HNO; (paz6aBmeHHOl B
00BeMHOM OTHOIIIEHUH 1:3), HAKPHIBAIHU CTAKaH 4a-
COBBIM CTEKJIOM ¥ HArPeBadd HA BIIEKTPUIECKOH
winTke npu temieparype 350 — 400 °C B Teuenue
4 — 5 9 10 IOJTHOTO pacTBopenus obpasma. ITomyuen-
HBIH PaCTBOP KOJWYECTBEHHO IEPEHOCHIN B MEP-
HYI0 K0s10y o0bemom 50,0 mit, mobasisiau 2,0 M pas-
6asimernoi HCI (1:1 mo o6beMy) 1 1OBOAHIN 00BEM
pacTBopa 0 MeTKH OMANCTA/LINPOBAHHOM BOIOM.

Memoduka usmeperus mexcmypHblx xapaxme-
pucmuk. ¥YaenbHyI0 IIOBEPXHOCTh W MOPHCTOCTH 00-
PpasIOB OINpenesdailud IyTeM aHalInu3a HU30TEPM aj-
copOruu-gecopbiuu aszora npu 77,2 K. Ynenbuyio
IUIONIAh ITOBEPXHOCTH PACCIYUTHIBATH METOOM
BOT (Sgyr) mo msorepme aacopOiuy B WHTEpPBAIE
PaBHOBECHBIX OTHOCUTEIBHBIX 3HAYEHUU [aBICHUA
mapos asora P/P, = 0,03 -0,2. IIpu pacuere Sgyr
MPUHUMAH, YTO 3HAUYEHHE MOJIEKYIIPHOM II0Ia-
KA as3oTra B 3aIll0JIHEHHOM MOHOCJIOE COCTaBIISeT
0,162 um2. 3HaueHusa anCcopOIIMOHHOTO (CyMMapHO-
ro) obwema nop (V,,.) onpenenanu 1o BelwduHe aj-
copbiuu azora npu P/P, = 0,990. O6bem MHKpPOIIOp
(Viuxpo) PACCIUTHIBATIY IIyT€M CPABHUTENBLHOTO aHa-
nuza (t-merom). TpeHupoBKy 00pasIloB IPOBOAUIN
npu 300 °C B Teyenue 10 u.

Oo6cy:xaenne pe3yabTaToB

IHannaduesvie kKamaauzamopvl Ha OCHO8E Mmex-
HUwecko20 yzaepooa. IlpuMensembre B KauecTBe HO-
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cuTesed MaIIafHeBbIX KATAIN3aTOPOB MApPKH TeX-
Hudeckoro yriepoxaa 11145, 11278-9, T900 cyrect-
BEHHO Pa3IMYalOTCA 110 CTPYKTYPHOCTH (IIOKa3aTeb
abcopbrmu gubyrundramara mo ASTM D-2414),
TEKCTYPHBIM XapaKTepUCTHKaM (yAelbHasa ILIOIAb
[IOBEPXHOCTH, YIeIbHBIA 00bEM MOp) U AUAIIa30HY
pasMepoB (quaMeTp) MEPBUYHBIX TJI00YIIPHBIX dac-
tur (Tab6n. 1). OTMerrM, YTO 5TH MApKU TeXHMYe-
CKOTO YIJIEpOJa 4YacTO WCIIONB3YIOT B HCCIE0Ba-
TEeIBCKUX paboTax g MPUTOTOBIEHUS KATaIn3aTo-
POB THAPHUPOBAHUA U WX HCIBITAHUN B gabopaTop-
HBIX YCIOBHUAX.

Hanecenuble majiagueBble KaTalIW3aTOPBI TO-
TOBHJIH METOOM IIPOIIUTKH II0 BJIATOEMKOCTH: yTJjIe-
POIHBIE HOCUTENH IPOINUTHIBAIIN BOIHBIM PACTBO-
pom H,yPdCl, ¢ sagaunnoit koumenrparmueit Pd ¢ mo-
clenylollel CyIIKoM cHadajla Ha BO3AyXe IIPU KOM-
HATHOM TeMmIleparype, a 3aTeM B armocdepe aproHa
npu Temmeparype 150 °C B teuenne 0,5 9. lasa wc-
ciefoBaHus ObLIM IIPUTOTOBIIEHBI 00PA3IIbI, COIEP-
samue 2 u 5 % mace. nataaud. Pesyabrarsl KOTu-
YeCTBEHHOI'0 aHa/Iu3a II0JIyYeHHbIX 00pasIioB Ipe-
cTaBJIeHbI B Ta0I. 2.

W3 npuBemeHHbBIX JAHHBIX BUIHO, YTO PE3yIbTa-
TBHI ONpPENEeIeHUA NAJUIAINs, MTOJAyYeHHbIE II0 JBYM
AHAIUTUYECKHUM JIMHUSIM, COIIOCTABHUMBI JJId BCEX
M3y4eHHBIX 00pasioB. B pesynbraTe cpaBHEHHS BbI-
00pOK 110 KpuTepuo Puinepa JOCTOBEPHBIX Pa3JIH-
YUH B CXOOUMOCTU HE BBIABJIEHO. [ OIIOJIHUTEIBHO
IIPOBEIEHO CPAaBHEHUE CPeIHUX 3SHAYCHUH 110 KPUTe-
puio CThiofieHTa: pasaiudue CPeIHUX 3HAYEHHIH BbI-

Ta6auna 1. XapakTepucTUKN YIIIEPOAHBIX HOCUTEIEH
Table 1. Characteristics of carbon supports

60poK craTucTudecku HesHauynmo. CiemoBaTenbHO,
IS OIPEeNEeIeHHs MaJIagus B IPOIUTOYHBIX M-
JIAUH-yIIIePOSHBIX KaTarusaropax MEeTOIOM
A9C-UCII M0:KHO HCIIOIB30BATh KAK JJIHHY BOJHBI
340,458 uMm, Tak u 360,955 HM.

Haiinenuas maccoBas mois majuiagus COOTBET-
CTByeT HOMHHAJILHOMY B3HAYEHHIO B AHAIU3UPYe-
MbIX obpasmax 1—4. [lis obpasmos 5 u 6 Haimen-
HOE COMlepsKaHre MalIaaus MPEBbIIIaeT OKUIaeMoe,
YTO MOYKHO OOBSCHUTH 0COOEHHOCTIMU MHUKPOCTPOE-
HHUA yriepogHoro Hocurens us 11145, snusionimmu
Ha mporuTky npexypcopom Hy,PdCl,. [lamusrit obpa-
3eIl 10 CPaBHEHWIO C OCTAJIbHBIMH 00JamaeT Hau-
MEHBIIUM CPEJHUM PasMepoM IIEePBUYHBIX YACTHUIL] U
HauOOJIBIINM YAEIbHBIM 00HEMOM IIOP, B TOM YHCJIE
obbeMoM MHUKpomop (pasmep MeHee 2HM IO
TUPAC), cpemuepasBuToON yaeabHOMH IOBEPXHOCTHIO
¥ CTPyKTypupoBaHHOCTbIO (cM. Taba. 1). Mosxmo
MIPEIIOIOKNATh, YTO IPHU IIPOMUTKE HCCIELYEMBbIX
yraepoxubix mHocuresei Hy,PdCl, B mpomecce yuacr-
BYIOT U MHUKPOIIOPBI, XOTS MX COJAEPIKAHUE HEBEIIH-
ko. HecmoTps Ha 310, 3a cuer cyiiecTBeHHO 6oiee
BBICOKOTO aJ[COPOIMOHHOTO ITOTEHIIHAJIA 110 CPaBHe-
HHIO ¢ Me3omopamu (pasmep 2 — 50 HM) uX poJib IIpH
MIPOIMUTKE B 3aKpeIIeHHU NaJIaJueBbIX MPEeKypco-
POB II0 COPOITMOHHOMY IIyTH 3HAYUTEIbHA, 0COOEHHO
I yriaepoxHoro obpasma 11145 pasxe mo cpasHe-
auto ¢ I1278-9 u, trem 6omee, ¢ T900 (cm. Tadim:. 1).
IlosToMy pesymnbraT ompeaeneHus Maaaagud OKas3bl-
BAETCS 3aBbIIIEHHBIM (CM. Ta0II. 2).

O6pasers Sgsr, M2T Viops CMO/T Vsxporops EMO/T Doy BM A6cop6uus IBD, cm?/100 r
I1278-9* 407 £ 12 0,769 = 0,024 0,038 = 0,002 20 - 40 170 = 10

11145 115+ 3 0,831 + 0,046 0,046 = 0,002 10-30 112 = 8

T900 10,0 = 0,5 0,040 = 0,002 0,004 = 0,001 200 - 300 45 =5

* O — BIIEKTPOIPOBOIHBIN YTIEPOI.

Ta6auma 2. PesynbraTs! onpeneneHus NaaIaqus B HCCIeayeMbIx oopasmnax karanusatropos merogom AJC-VCII o nBym ana-

mutrdeckuM JguHuaMm (n = 3; P = 0,95)

Table 2. Results of palladium determination in the studied catalyst samples by ICP-AES using two wavelengths (n = 3;

P =0.95)
HoMHHATEHO® A, = 340,458 rm Ay = 360,955 m
olg;rs?a Hal%;ggzzme cozepranne HaiinenHoe conep:xanue S @ HaiinenHoe conep:xanue s
Pd, % macc. Pd, % macc ro % Pd, % macc r %
1 Pd/11278-9 2,0 2,10 = 0,04 1 2,10 = 0,05 1
2 Pd/I1278-9 5,0 4,86 + 0,22 2 4,89 + 0,25 2
3 Pd/T900 2,0 1,99 = 0,34 7 2,00 + 0,34 7
4 Pd/T900 5,0 5,03 £ 0,11 1 5,04 = 0,06 1
5 Pd/I1145 2,0 3,14 = 0,09 1 3,20 = 0,15 2
6 Pd/I1145 5,0 6,27 = 0,64 4 6,30 = 0,71 5
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IIpaBunbHOCTD oOmpesenenus namaagus (A; =
= 340,458 uM) B mcciiemyeMbIX o0pasiiax IIPOBep:-
JIX METOZOM «BBEIEHO — HalneHo» (Tabi. 3).

Pesynprarsr ananusa mpob ¢ m00aBKOH XOpPO-
110 BOCHPOM3BOAUMEI, S, He mpessimaer 0,04, or-
HOCHUTENbHAA IIOTPEIITHOCTb OIpefieIeHus — He
6ostee 4 %. Tun TeXHUIECKOTO YIIepoaa He BIUIeT
Ha pe3yabTaT OIIpeJe/IeHUusa Ilajljiagusd B KaTallu-
3arope.

IHannaduesvie kamaauzamopsvt Ha 0CHO8e CUbY-
numa. Karamusaropsr Pd/cubyaut ¢ comepsxanuem
namnagua 0,5 u 1 % macc. TOTOBHIH MPOIHUTKOMN
Hocutena BogubM pacTBopoM Pd(NO;), mo Bmaro-
E€MKOCTH. ¥TJIEPOJI-yTIAEPOAHBIA HOCUTENh CUOYHUT
(dppakmusa 0,07 — 0,09 MM, ymenbHAs ITOBEPXHOCTH
Sgar = 340 = 7 M?/r) npenBapuTeILHO 06pabaThIBa-
au 5 %-ubmM pactBopoM HNOs. Ilomyuenubie o6pas-
bl cymmn upu 120 °C B TedyeHne 2 94 ¥ BOCCTaHAB-
JVBATH B MIOTOKE BOAOPOJA B TeUeHUE 3 U IPH TEM-
neparype 500 °C. Pesymwrarer ompemenenus Pd
npefcTaBiaeHb! B Tabm. 4 [28].

W3 npencraBieHHBIX Pe3yabTaTOB BUAHO, UTO
HalIeHHOe COMep/KaHre MANIaIusi COOTBETCTBYET
HOMHMHATBHOMY B3HAUYEHHUIO, OTHOCHTEIbHOE CTaH-
IapTHOe OTKJI0HeHHe He mpeBsbimiaer 0,02.

Takum 006pa3oM, WCIOIB30BAHHUE KHUCIOTHOTO
pasnokeHUs B CMeCH a30THOM U XJIOPHOM KHCJIOT
MT03BOJISIET C BBICOKOM TOYHOCTHIO OIPEENSITh Maj-
maguit meromom AJC-UCII B karamusaropax Ha
OCHOBe cuOyHHTA.

3axaroueHue

Paspaborana HOBasi MeETOIUKA OIPEIEIEHHUT
nannagua Merogom ADC-HCII B karamuTudeckux
nByxkommoHeHTHBIX cuctremax Pd/C (C — rexuuue-

CKHU yIJIepOJ PA3IUIHBIX MAPOK, YIJIE€POI-YIIepo-
HBIA KOMIIO3UT CHOYHHT) IIOC/IE PA3JIOMKEeHUA 00pas-
IIOB CMEChIO XJIOPHOH M a30THOH KHCJIOT. ¥ CTaHOB-
JIGHO, YTO THII YTJEPOMHOr0 HOCUTEJNS, a WMEHHO,
€ro CTPYKTYPHBIE M TEKCTYyPHBIE XapaKTEePUCTHUKH,
He BIUIIOT HA pe3yJbTaT ONpefeaeHud Haliagusd B
rkaranuszarope. Comep:kaHue HAIAAWsS B COCTaBe
HAHECEeHHBIX YTJIEPONHBIX KaTaIU3aTOPOB MOMKET
OBITH ONpPENeNeH0 C HKCIIOJIb30BAHHEM AHAIUTHYE-
ckux muHui 340,458 u 360,955 um. PesymabraThl
JAHHOM PabOThl MOTYT OBITh ITOJIE3HBI CIEIHAIH-
cTaM, 3aHHMAIOIIUMCS CHHTE30M H HCCIeIOBAHHEM
MEeTaJIJIOYT/IEPOAHBIX KATAJIHU3ATOPOB I Pasiud-
HBIX XUMHKO-TEXHOJIOTHYECKHUX ITPOIIECCOB.

duHaHCUpPOBAHUE

Pabora BeimosHeHa Ipy (PUHAHCOBOU IOIIEPIK-
ke MuHuCcTEpCTBA HAYKU U BBICIIIETO 00pa30BaHUI
P® B pamkax rocymapcrBenHoro 3amanus UHctury-
ta xatrammza CO PAH (mpoekr AAAA-A21-
121011890076-8).

Uccnenosanue mpOBOAWUIN C WCIOJIb30BAHUEM
0060pyoBaHUA I[EHTPA KOJUIEKTHBHOTO II0Jb30Ba-
uus «HarmoHampHbIH EHTP UCCIeT0BaAHNS KaTalu-
3aropoB» Uucturyra karanusa uM. I'. K. Bopeckosa
CO PAH.

Asropser BeipakaioT Omarogapuocts T. U. Iy-
asesoit u I'. I'. CaBenbeBoil 3a mOMOIE B IOIyYe-
HUU JAaHHBIX 00 yIeIbHOM MOBEPXHOCTH U MIOPHCTON
cTpyKType o6pasios, A. B. Babenko — 3a npuroTos-
JIeHWe MOJEeJbHBIX CHCTEM U OIpefelieHHe B HUX
masIaaus.

Ta6mauua 3. Pesynbrars! onpesenenus namanusa ( %) B KaTaausaTopax METOIOM «BBeIeHO — Haiaeno» (n = 3; P = 0,95)

Table 3. The results of palladium determination (%) in catalysts using the recovery test (n = 3; P = 0.95)

Obpazen Whpg, % macc. S, % A %
Bseneno Haiineno
I1278-9 (2 % Pd) 2,50 2,65 = 0,07 1 +2,0
I1278-9 (5 % Pd) 5,82 5,78 = 0,05 0,4 -0,7
T900 (2 % Pd) 2,51 2,565 + 0,22 4 +1,6
T900 (5 % Pd) 6,09 5,89 = 0,30 2 -3,3
11145 (2 % Pd) 3,81 3,75 = 0,30 2 -1,6
11145 (5 % Pd) 7,37 7,29 = 0,30 2 -1,1

Ta6auna 4. PesynvraTs! onpenenenus namnagusa B karanusaropax Pd/cubyunur meroqom AIC-UCII (A, = 360,955 um; n = 3;

P =0,95)
Table 4. Results of the palladium determination in Pd/Sibunit catalysts by ICP-AES (A, = 360.955 nm; n = 3; P = 0.95)
Howmep o6pazua Homwunansuoe copepsxanune Pd, % macc. Haiinennoe conepsxanne Pd, % macc. S,, %
1 0,5 0,49 = 0,02 1
2 1,0 1,02 = 0,04 2
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151 aHATUTHIECKOr0 KOHTPOJIS IIOYBBI U TEOJIOTHUECKUX IIPO0 B OTCYTCTBHE CTAHIAPTHBIX 00-
PasIoB coCTaBa IIMPOKO UCIOIB3YIOT METO PeHTreHo(ryopecienTHoro ananmsa (PDA) co crro-
cobom (pynmamenTanbHbx napamerpoB (CPII), mo3BoAONUH ¢ MUHUMAIBHBIMUA MATEPHAIb-
HBIMH 3aTpPaTaMH OIHOBPEMEHHO OMPEeIENIaTh ITHPOKHN KPYr SJIEMEHTOB W3 OIHOM ITPOOBL
IIpencraBnensr pesyabTaThl SKCHepuMeHTAIBHON oneHkr Tounoctu COII mus amammsa mpobd
[TOYBBI, [IPUTOTOBJIEHHBIX PA3IMYHBIME CII0cObaMu (CIUIABIEHHbBIE, IPECCOBAHHBIE, HACHITHBIE),
C WCIIOJIB30BAaHUEM SHEPrOAUCIEPCHOHHOrO CrekTpoMerpa Quant’X u mIporpaMMHOrO maxera
UniQuant. O6pasupr cpaBaenus (OC) roToBmIn METOIOM CIUIABIEHUS U3 XUMUYECKH YHUCTHIX
PEaKTHBOB C YUE€TOM CPEHETO COTep:KaHus OIIpeiesifeMbIX KOMIIOHEHTOB B IIouBax. [l Kammo-
IO KOMIIOHEHTA CTPOWJIHM 3aBUCUMOCTb Buziay = (A; + AA,)x, rae y — BBeIleHHOE CofiepiKaHue, a
x — HaieHHoe. B ciydae crimaBieHHBIX TIPO6 ITOUBHI CpefiHee 3HAUYeHue A; /711 G0IbIIHHCTBA
OCHOBHBIX KOMITIOHEHTOB cocrasisier 1,01 mpu ciygaiiuoi morperrsocra 0,01 —0,06. Crerrpo-
Metp Quant’X ¢ mporpammoit UniQuant mo3Bosisier ompeiensaTh Jerkue SIeMeHThI B CILIABIeH-
HBIX 1pobax ¢ morperrHocTho 10 0,06. 7151 GoabIIMHCTBA IPUMECHBIX 3JIEMEHTOB YCTAHOBIIEHO
3HAUMMOe 3aHMIKEeHIe Pe3yIbTAaTOB OllpesieleHnd B cpenHeM B 1,18 pasa, 4To A1 TOYHOTO ompe-
JIeJIeHVS SIEMEHTOB TpedyeT KOPPEKTHUPOBKHY IOIyIeHHBIX PE3yIbTATOB, U IIOTPEIIIHOCTh AHAJIN-
3a Oymet onpeznenarbesa Beauanaavu ot 0,01 1o 0,1. B GonbiiuHCTBe Ciiyyaes o Mepe yCIoKHe-
HUs TTPOOOIIOATOTOBKM OTKJIIOHEHHE Pe3yJibTrara OlpeneieHus KOMIIOHEHTa OT IIeJIeBOT0 3Haue-
HUA U €T0 IOTPEITHOCTb YMeHbIaoTca. [locie KOppeKTUPOBKH caMoi BHICOKOM ITOTPEITHOCTHIO
OyIyT XapaKTEePU30BAThCA PE3y/IbTAThI AHAIN3A HACBIMHBIX MPO0 MOYBBI (71T OCHOBHBIX dJIe-
menToB 0,1 — 0,2, s mpumecHsx — 0,05 — 0,10). IIpuBenens: npemens: 00HAPY:KEHHUS HEKOTO-
PBIX 9JIEMEHTOB B CIUIABIEHHBIX Mpo0ax mouBsL. [l comep:xanmii KOMIIOHEHTOB B TIOYBe Gosree
0,1 % mawmyuiiuii BapuaHT — aHAIU3 CIUIABJIEHHBIX Ip00. 711 ompeneneHus dIeMEHTOB HA
YPOBHE cozepskanwii mopsara 50 ppm 11e1ecoo06pasHo aHAIU3UPOBATH IIPECCOBAHHBIE IPOOHI C
Y4€eTOM HOBBIIIIEHHOH IIOTPEITHOCTH.
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JIeHHBIe, IPECCOBAHHbIE, HACBITHBIE; 00pasIibl cpaBHeHNT; Tabmuna KoadduimentoB Kappas.

ASSESSMENT OF THE ACCURACY OF THE METHOD OF FUNDAMENTAL
PARAMETERS FOR XRF ANALYSIS OF SOIL SAMPLES USING AN ARL QUANT’X
ENERGY DISPERSIVE SPECTROMETER WITH THE UNIQUANT SOFTWARE

© Evgenii I. Denisov,1* Vladimir S. Semenishchev,!
Maxim V. Voitenko,2 Dmitry V. Ryansky?2

L The first President of Russia B. N. Yeltsin Ural Federal University, 19, Mira ul., Yekaterinburg, 620002, Russia;
*e-mail: eidenisov@urfu.ru
2 Group of companies “Thermo Techno”, 80, bld. 16, office 400, Leningradsky prosp., Moscow, Russia.

Received August 16, 2023. Revised December 5, 2023. Accepted December 22, 2023.

X-ray fluorescent (XRF) analysis is one of the most widely used methods for analytical control of soil and
rock samples, which allows determining a wide range of elements using a single sample with minimum
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costs. This work is aimed to expand the XRF capabilities in terms of obtaining calibration dependences for
various types of samples. The work presents the results of the experimental assessment of the accuracy of
the method of fundamental parameters for analysis of soil samples on a Quant’X energy dispersive spec-
trometer with the UniQuant software using artificial samples. The suggested methodical approach has
shown the potentiality of using a Quant’X energy dispersive spectrometer with the UniQuant software for
analysis of soil samples prepared by different methods (fused, pressed and bulk). The systematic deviation
from the target value and a random error were estimated. For fused soil samples, deviations from the tar-
get value for most of the major components were (1.01) with a random error of 0.01 - 0.06. A Quant’X
spectrometer with the UniQuant software allows determining light elements in fused samples with an er-
ror of up to 0.06. For the majority of impurity elements, a significant deviation was found, more than one
(an underestimation of the determination results by an average of 1.18 times). This requires correction of
the results obtained and the analysis error will be determined by values?? ranging from 0.01 to 0.1. In
most cases, the deviation from the target value and the error of the element determination decreased as
the sample preparation became more complex. After adjustment, bulk soil samples showed the highest er-
ror of the analysis results (from 0.1 to 0.2 for the major elements and 0.05 — 0.10 for impurity elements).
The detection limits of some elements in fused soil samples were estimated. When the component content
in the soil is more than 0.1%, the best option is to analyze fused samples. To determine concentration lev-
els of about 50 ppm, it is proposed to measure pressed samples and take into account the increased error.

Keywords: method of fundamental parameters; UniQuant program; EDXRF ARL Quant’X spectrome-

ter; random errors; fused, pressed, and bulk soil samples; comparison samples, Kappas coefficients.

BBenenue

B ananuTrueckoM KOHTPOJIE TIOYBHI ¥ TE€OJIOTH-
YeCKHUX Mpo6 MIMPOKOE PACIPOCTPAHEHHUE MOIYIUIN
TPAIUIIHOHHBIE XUMUYECKHE U (PU3UKO-XUMUIECKUE
MEeTObI aHA/IN3a, KOTOPhIE B OOJIBITMHCTBE CIy4aes
TpynoemMku u 3atrparubl. OMHUM U3 CAMBIX TOCTYII-
HBIX METOJIOB ABIIAETCA PEHTTEHO(IYOPECIEHTHBIN
anamus (PPA), 03BOIAIONINIE OJHOBPEMEHHO C MHU-
HUMAJIbHBIM KOJHYECTBOM XWMHYECKHUX OIEePAIUi
OTIpefieNiiTh OCHOBHBIE W IIPUMECHBIE BJIEMEHTHI U3
OIHOU Po6BI pa3Hoil mpupoasb [1 — 6].

OmHuM Hu3 CyIeCTBEHHBIX orpanudeHuit POA
ABIAETCA TPYMHOCTH TIOCTPOEHUS I'PALYHPOBOYHBIX
3aBHUCHUMOCTEH [JIA OIpEHeJeHus IITHPOKOTO Kpyra
MIPUMECHBIX 9JIEMEHTOB B II0YBaX PA3IMIHBIX THUIIOB
[7]. Odua ygera MaTpudHOro sgpperra mpu ompese-
JIEHUW TpuMecedl B mpobax MOYB C Pa3IUIHBIM CO-
IEePKAHNEM OCHOBHBIX KOMIIOHEHTOB HEOOXOIHUMBbI
crarpaptabie 00pasibl (CO) COOTBETCTBYIOIIETO CO-
craBa. Ha npaxrure Heo6xomxumbie Hab6opst CO moy-
BBI OCTYIIHBI JAJIEKO HE BCeT/a.

IlouBa mpencrasageT co60 CIOMKHYIO CMECh He-
OpraHUYeCKUX U OPTaHUYIECKUX cocraBidoniux. He-
OpraHuYecKas YacTh COCTOUT M3 YaCTHUIl MUHEPAJIOB,
00pa30BaBIINXCA B PE3yIbTATE SPO3UU TOPHBIX II0-
pox. B tabn. 1 mpuBemeHo cpeaHee cofepiKaHme de-
MEHTOB B HEOPTAHUYECKOH YaCTH ITOYBHI.

IIporpamma UniQuant maa P®A, paspabo-
ranHad B 1989 r. ¢ ucnonb3oBanueM crocoba ¢qyH-
JaMeHTAIbHBIX IIapaMeTpoB, II03BOJsfeT 0e3 mo-
CTPOEHHUA TPALYUPOBOUYHON 3aBUCHUMOCTU IIOJYUUTH
Ka4eCTBEHHbIE U KOJIUIECTBEHHbBIE XapaKTEPUCTUKA
uccrenyeMbix  1pob. DPaKTUUECKH TI'PagyHUPOBKY
CIIEKTPOMETpPa MPOBOAAT OXHH pas Ha 3aBOJie C HC-
TIOTb30BAHUEM CHEIUATIBbHBIX 00Pa3I[0B U OMpPe/Iei-
0T COOCTBEHHYIO UYyBCTBUTEIBHOCTH (3(pPerTusn-
HOCTh PETHCTPAIINH) CIIEKTPOMETPA, He 3aBUCIIYIO
oT THa 00pasia, KOTOPYI C y4eTOM HAJIOMKEHUS

BCEX CIIEKTPAIbHBIX JUHUH 3aHOCAT B TAOIUILY KO-
apurmentor Kappas. Ananmurudyeckas mporpamma
UniQuant ocHoBaHa Ha H3MepPEHHUN HHTEHCUBHOCTH
BBIOPAHHBIX XAPAKTEPUCTUIECKHUX JIMHUH BIeMeH-
TOB TIPU OIpPEeIEHHBIX YCIOBHUIAX 38 (PHKCHPOBAH-
HbIe TIEPHOJIBI BPEMEHHU B JHUCKPETHBIX CIEKTPATh-
HBIX TIOJIOMKEHUAX (Tak jKe, KAk U B TPATUIIMOHHOM
KOJTMYeCTBEHHOM aHau3se). B mporpamme ucmomnay-
erca okoJyio 100 crieKTpanbHbBIX JIMHUN, KOTOPBIE J10-
BOJILHO PaBHOMEPHO PACIIPEIeNIEHBI IT0 BCEMY CIIEK-
Tpy. PesynbraT 3aBUCUT OT BHICOKOM BOCIIPOM3BOIU-
MOCTH CIHEKTPAIBHOTO MO3UI[MOHUPOBAHUA COBpE-
MEHHBIX CIIEKTPOMETPOB, UTO [eJIaeT SHEPrOoAKCIIep-
CHOHHBIN criekTpoMerp Quant’X mogxomsIuMm mJIst
pellleHns 9TUX 3a1a4.

Bce 6ombliniee KomIMIecTBO McciIeqoBaTeNEH A
pellleHns Pas3IuyYHbIX AHATUTHYECKUX 3a71a4 IIpej-
MOYHUTAET CII0co6 (PyHIaMEHTAIBHBIX IIAPaMeTpPOB
(C®II) crammapTHOMY aHAINU3y C HCIOJb30BaAHUEM
CO [5, 6,9 - 15]. B pa6ore [6] Haubosee mMOIHO U3-
JIO3KEHBI OCHOBBI U ocobenHocTu npuMeneHus COII
B P®A, mpusenenbr MeTomukm peHTreHodIyopec-
[EHTHOTO aHAIN3a CUIUKATHBIX 06Pa3I0B C UCIIOIh-
soBaunueM C®PII u ocHOBHBIE METPOJIOTHUYECKHE Xa-
PAKTEPHUCTUKY STHX METOJIHUK.

IIpumepb! TOYHOCTH TOIyYaeMbIX PE3YyIbTaTOB
IpuBefeHbl B wucciaemoBanuu [14]. ABTophl ama-
JIU3UPOBATH a3pO30JH CBAPOYHOTO IIpollecca Ha
3JIEMEHTHI OT THTaHa m0 osoBa. IIpu mocrpoeHun
OOBIYHOM TPAAYHUPOBOYHON 3aBHCUMOCTH CpEIHUE
pe3ynbTaThl OIpENeIeHUs 3JIEMEHTOB COCTABIIAIN
oT 92 mo 103 % ot 1eneBOT0 3HAYEHUSI IIPU OTHO-
CUTEIBbHOM CTAHAAPTHOM OTEJIOHeHWHu 3 — 7 %.
IIpu obpabotke pesyabraroB PPA mporpammoii
UniQuant cpennue pesynabTaThl OIMPEIEIeHUs de-
MeHTOB coctaBiaanau oT 97 mo 112 % ot neneBoro
3HAYEHHUSA IIPHU OTHOCUTEIBHOM CTAHIAPTHOM OTKJIO-
vennu 3 — 10 %. B pa6ore [15] metogom PDA ¢ pu-
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MeHenneM mporpamMbl UniQuant mpoanaausu-
POBaHBI 0OPA3ITHI CIJIABA ITUHKA, PE3YJIbTATHI OIpe-
NeJIeHus MeI U JKejie3a B OCHOBHOM COTJIACYIOTCS C
pesyabraramu, moaydenabiMu Metogom MCII-A9C,
a OTHOCHUTEIbHOE CTAaHAAPTHOE OTKIOHEHHE COCTa-
suiio 0,29 u 1,9 % coorsercrBenno. Meron POA c
npuMmenenuem mnporpammbl UniQuant gemonctpu-
PYyeT yIOBIETBOPHUTEILHBIE PE3YIbTATHI IPY aHAIU-
3e TIPO0 Pa3IMIHOTO COCTABA, YTO CBUAETEIHCTBYET
0 €r0 YHUBEPCAIHHOCTH.

Ilenb paboThI 3aKII0YAETCSI B OLEHKE TOYHOCTH
OIlpefie/IeHUs ¥ pacdeTa KOHIIEHTPAI[UH OKCHIOB
OCHOBHBIX U MPUMECHBIX 3JIEMEHTOB, COIEPIKAIINX-
cs1 B 00pasIax mo4Bbl, Crioco60M (PyHIAMEHTAIbHBIX
mapaMeTpoB JJIs PasIWYHbIX BAPUAHTOB MPOOOIION-
TOTOBKH.

JKCIIEPHMEHTAIBLHAA 9aCTh

B pa6ore ucmonb30Bau 9HEPTOIUCIIEPCHOHHBIH
peutrenoBckuii  cnexkrpomerp ARL QUANT’X
(ThermoFisher Scientific, CIIIA) c¢ mporpamMmmoi
UniQuant.

B amanuTHueckoil mpaKTHKe HCIOJIB3YIOT pas-
JIMYHbBIE CI0CO0BI TOATOTOBKM Hpob mua PPA B za-
BHCHMOCTH OT TpPe6OBaHW K TOYHOCTH AHAIH3A.
B maumoit pabore ananusupoBaiu: 1) mpoObI B Bue
HACBIITHOTO IIOPOIIKA, H3MEJIbYEHHBbIE B IIAPOBOM
MeNIbHUIIE; 2) IpeaBapPUTEIbHO U3MelbUueHHbIe IPO-
ObI, cIipeccOBaHHBIE B BHe TA0JETOK HA IMOMIOKKE
3 OOpPHOH KHUCIOTHI; 3) MpPeIBAPUTEIBHO H3MEIh-
YyeHHbIe IIPOOBI, CILIABIEHHbBIE C (PIIOCOM B IHCKH.
B panmy ykasaHHBIX BapHAHTOB MIPOOOIIOATOTOBKH
CTEMeHb TOMOTeHU3aIuK 00PasIloB IOCIeI0BATEIhb-
HO yBenuumnBaercd. B pabore mianupoBaiu OIEHUTD
BJIMSIHUE CII0CO6A IIOATOTOBKU IIPO6 IOYBBI HA OT-
KJIOHEHUE Pe3yJbTAaTOB aHA/IKM3A OT 11eJIEBOTO 3HaYe-
HUS ¥ UX TIOTPEIITHOCTD.

O6pasiibl T0YBHI OBIIH 0TOOPAHBI B PA3IHIHBIX
pationax r. ExarepuuOypra @ ero OKpecTHOCTAX MU
MOJITOTOBJIEHBI [[JII AHAINU3a TPeMs Pa3IudHBIMU
crrocobamu.

Ha mepBom srame mpoObl ObLIH BBICYIIEHBI U
MpokajieHbl B MydenbHoi meun mpu 450 °C B Teue-
Hue 3 —4 9 A 6ojiee MOJHOTO IIEPEeBOA OIpese-
JIIEMBIX KOMIIOHEHTOB B OKCHbI. 3aTeM MPOKAIEH-
HbIE IIPOOBI IOYBBI U3MEIbYAIH U TOMOTE€HU3UPOBa-
¥ B IJIaHeTApHOU MenbHuUIlE Pulverisette 6 B pas-
MOJIBHOM CTaKaHe C MEJIOIIMMH IIapaMu U3 CTAJIH.
Jna amanusa HACBITHBIX TPOO MOYBHI HCIIOIH30BA-
JIU KIOBETHI ¢ tieHKoi Mmapku Chemplex TommuHoM
4,0 MEM.

HsmenbuenHble MpoObI MOYBBI IIPECCOBAIN B
Tabaerkn guameTpoM 40 MM C ITOMOIIBIO THIPABIIH-
yeckoro mpecca Herzog ¢ ycunuem 20 1. J[aa moiy-
YeHHU MEXaHUIECKH IIPOYHBIX TA6IeTOK IIPOOBI I10Y-
BBI IIPECCOBAJIM B OIPABY CBSA3YIOIIEr0 BEIeCTBA —
OGOPHOM KHUCIOTHI.

AJbTepHATHBON ITPECCOBAHUIO P00 ABIISETCSA
CILTaBJIEHHE — HarpeBaHKe cMecH IpoObI ¢ (ocom
npu Temneparype mopsaaka 1000 °C, mpu sToM 1mpo-
HCXOMUT paciuiaBieHue (rioca W PacTBOPEHHE B
HeM 1poObI. CocTaB M yCIIOBUS OXJIAMKICHUA JTOJIK-
HbBI OBITH TAKHUMH, YTOOBI IT0C/IE HETO KOHEYHBIHN IIPO-
OYKT TIPENCTaBIAT cO00H eIUHYI0 CTEKIOBUIHYIO
dasy, koTopas Haubosee yao0Ha I aHAIN3a METO-
noMm P®A. Ilpu crnmaBneHHN OOBIMHO KCIIONB3YIOT
cmecs merabopara (LiM) u Terpabopara (LiT) mu-
Tusi. COOTHOIIIEHHEe KOMIIOHEHTOB CMECH OIIPeeJis-
erTcsi KHCJIOTHOCTHIO 00pasiia: MBI HCIIONB30BAIN
mwraB cocraBa 50 % LiT + 50 % LiM npu cootHo-
mreruu mpoba:durioc ot 1:9 1o 2:8 B 3aBHCHMOCTH OT
COZIep:KaHUA OKCHAa KpeMHUd (4eM OOJIbIle KpeMm-
HUs, TeM OoJIblie moJis doirioca) U Buaa mpoob! (mod-
Ba WJIH CMeCh OKCHUIOB I IIOJydYeHHs 06pasiioB
cpaBuenwus). OnTuManIbHOE COOTHOIIEHNE (PIIIc/00-
paser; obecrieurBaeT II0JHOE pacTBOpeHue obpasia
¥ HaChIIIeHHe (iIroca, a TaKKe OTCYTCTBHE B TOTO-
BOH Ipobe TPeIuH, MOpP U MEeCT KPHUCTAJIHU3AITHH.
B xome skcriepuMeHTOB OBLIO OTMEUYEHO, YTO MIPH
MaccoBOM COOTHoIeHuu obpaser:droc = 2,5:7,5
TabJIeTKN TPeCKaINCh IIPHU OCTHIBAHUHU U CO/IEPIKATIN
BUIMMBIE IIEHTPLI KpHCTAIIu3anuu. Bo Bcex ciy-
Yasgx B KAYeCTBE HeCMaYWBAIOIIEr0 areHTa UCIOJIb-
3oBanmu #oxun Kamua us pacdera 0,1t KI ma 10T
npobsl. B nanbHeiimem mpu pacuere CofepIKAHUS
Kaausg B OIpeessieMbIX Mpobax 00sS3aTelnbHO YIH-
THIBAIM KOJWYECTBO J00ABIEHHOTO OCYIIHTEJIA.
OO6pasIbl CIVIABIAIA B aBTOMATHYECKOH 3IIEKTPO-
aBuiabHON meun Katanax mo crammapTHOM IIpo-
rpamme Oxide ¢ MakcuMaJabHOM TeMIIepaTypoi pac-
wrasa 10 1050 °C. CruraBieHue TPOBOIUINA B TAPHH-
Type (TUTenb, U3I0KHUIA, PedIeKTop) U3 CILIaBa
(95 % Pt — 5 % Au), noxyyanu TabieTKn quaMeTPOM
40 MM ¥ BBICOTOM 6 MM.

XoTs IOCIemHHUH CII0CO0 MOATOTOBKH IIPO0 K
aHAJIU3Y SIBIISETCS CAMBIM 3aTPATHBIM, ITUTEILHBIM
¥ CJOMHBIM, OH HMeeT PsJ] MPEeUMYIIEeCTB Iepes
OCTAJIBHBIMH: BO-IIEPBBIX, WCKIIOYAIOTCI BIUSIHUE
pasmepa 3epeH u 3pEKThI, CBI3aHHbBIE C TIEPEMEH-
HBIM MUHEPATOTHYECKUM COCTABOM; BO-BTOPBIX, IIPH
yIa4uHO BHIOPAHHOM MACCOBOM COOTHOIIIEHWH TTPO6a:
(roc MOKHO 0CIA0UTh BAUSHEE ITOTJIOMeHus (ad-
derr marpunpr) [16, 17]. OcHOBHBIM HeIOCTATKOM
IAaHHOTO Ccrocoba ABISeTCH yMeHbIlIeHWe 4yBCTBH-
TEJIIbHOCTH aHaIu3a Mpob B CBA3U C MX pas3baBieHu-
eMm dparocom. J[1s1 ompesesieHrss OCHOBHBIX BJIEMeH-
ToB mmouBsI (Si, Al, Fe u ap.) aror saddexr me umeer
MPUHITUIHATBHOTO 3HAYEHUA, HO MOKET OKa3aThCs
KPUTHYHBIM JIJIS OTIPele/IeHU MUKPOKOMITOHEHTOB,
B UYACTHOCTH, TSIKEIBIX M I[BETHBIX METAJJIOB
(cM. Ta6a. 1). Oxupmaercs, 9YTO CIIABIEHHbBIE TIPOODI
OJLKHBI 00€CIIeYNUTh CAMBIH TOYHBIA pPE3yJbTaT B
nporpamme UniQuant, Tak Kak ee 3aBojicKas rpa-
IYyUPOBKa B OOJIBIIEH CTEIIEHW COOTBETCTBYET IIPO-
6am ¢ mMambiM 3)PEeKTUBHBIM ATOMHBIM HOMEPOM.
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Ilosromy mauHBIH crocob6 ObLT BHIOpAH B KadecTBe
PerepHoTO, M OTHOCHUTEIBbHO HEr0 pacCMaTPHUBAIIH
OTJINYHUA PE3yIbTATOB AHAIN3A P06, TOATOTOBIEH-
HBIX IPYTUMH CIIOCOOAMHU.

Jl1s1 IoTydeHusT KOPPEKTHBIX Pe3yIbTATOB HEe00-
XOIUMO OBLIO BBECTH MOTOJIHUTEIbHBIE TapaMeTPhI
npobsr B mporpammy UniQuant. Ilpu mposemenun
pacueToB KOHIIEHTPAIMH KOMIIOHEHTOB [IJIT BCEX
Mpo0 UCIIOIB30BAJIY OIHH U T€ JKe IMapaMeTphl B pas-
nene General Data: obiiee xuMudgeckoe COCTOSTHEIE
mpoObl B BHAE OKCHAOB; MaTPHIA, WCIOIb3yeMas
pu pacueTe (poHA IJIA IPECCOBAHHBIX U HACBITHBIX

mpo6 — SiO,, 1714 CIIIaBIeHHBIX IP06 — «TeIoH»;
IIPOrpaMMHBIM BapHaHT obcueTa — «BCe H3BECT-
HO — %KnownConc» u «%Rest = 0», gna cruias-

JIEHHBIX TIPO0 YKA3bIBAIM OTHOIIIEHNE Macchl (prroca
K macce mpooOwr (Diluent/Sample). Pacuer xoniesn-
tpatuu C (%) Bcerma IpoOBOIUIN C HOPMUPOBAHUEM
mo 100 %.

Bosuukaer BOmpoc: HACKOIBKO IMONyYEHHBIE
nporpammoit UniQuant pesyabraThl COOTBETCTBYIOT
peabHOMY COMEPIKAHUIO OIpeIesieMbIX JIEMEHTOB
B IIOYBE M KaKUM 00pa30M pas3IudHbIE CIIOCOOBI IIPO-
OOIIOATOTOBKH BIIHAIOT HA PE3yIbTAaT aHaIn3a?

B mpocreiimem ciydae mpu HaIHYHE COOTBET-
CTBYIOIIIUX CTaHAAPTHBIX 06pa3u03 IIOYBBI MOKHO
CKOppeKTupoBaTh Tabmuilyy kosdgduinuentos Kap-
pas ¥ IIOIPABOK K HHUM JJIf JAHHOTO THIIA IIOYBBI U
crrocoba mpoboIIoAroToBKX. B orcyTcTBHE CTaHIAPT-
HBIX 00pasioB cocraBa obpasmbl cpaBuenus (OC)
JJIS BbIGpaHHbIX 9JIEMEHTOB TOTOBHUJIHU METOOOM
CILJIABJIEHHS, YTO II03BOJIMJIO HHUBEIUPOBATH MAT-
puuHbIe 3(p(PEKThI, a TaKKe Pa3IUIui CTEIIeHH Io-
MOTEHH3AIUA W Te0JIOTHYECKHEe OCOOEHHOCTH IIPO0.
O6pasisl CpaBHEHHSI TOTOBHJIN W3 XUMUYECKU YHC-
TBhIX PEAKTUBOB, B GOJIBIIIMHCTBE CIIyYa€B — B BHIE
TEPMUYECKH YCTOWYUBBIX COEIUHEHUH CTEeXHUOMET-
PUUECKOT0 COCTaBa, MCXOMSd M3 CPEeIHEero Coiuep:Ka-
HHUA OoIIpeneasaieMbIX KOMIIOHEHTOB B IIOYBaXx. PeaK—
TUBbBI HOAOUPAJIN TAK, YTOOBI IIOCIE IMPOKAIHBAHUS
OHU HAXOIW/IKCh B BUE COCIMHEHWH, XapaKTePHBIX
i IpokasieHHos mouBsbl. st mpurorosiaenus OC
OBLIO TAKKe BAYKHO, YTOOBI COeIUHEHU He MEHSIN
arperaTHOro cocroaHusa npu Temneparype 1000 —
1100 °C. OcHOBHBIE KOMIIOHEHTHI BHOCHUJIH B BHIE
PeaKTHBOB, TI0 BO3MOKHOCTA — B BECOBOH (hopme
(Si0,, Aly,O5, Fe,05, CaCO5, MgO, KNO,). ITpumec-
HbIe JIEMEHTbI ObLIM BBIOPAHBI MCXOJS U3 UX eCTe-
CTBEHHOTO COMEp:KAHHUS B II0OYBAX, [0 BO3MOK-

HOCTH — C MaKCHMAaJIbHBIM OXBaTOM BCEX 3HAYECHHUMH
TIOPAAKOBBIX HOMEpPOB (Z) smemenToB Ilepmomu-
yecKoM Tabiauibl. B 0osblInHCTBE cioy4yaeB muamna-
30H COIEPIKAHUN IIpuMecHbIX KoMmmoHeHToB B OC
cocrapysn oT 50 ppm, yCcpeaHEHHBIN IIpeaesn oOHa-
py:enus cuekrpomerpa Quant’X — mo ~1 %. Ilpu-
MeCHbIE KOMIIOHEHTHI BHOCHUJIN B BHIE AIMKBOT BOJI-
HOTO WK A30THOKHCJIOIO PACTBOpA C H3BECTHOMU
roureurpanuei. Jaementsl Cr m Cd BHOCHIH B
Buze pactBopoB KyCryO; u Cd(NOs), ¢ usBecTHOM
rkourerrpanuei. s npurorosnenns OC 6bLIH BbI-
Opanbl peakTusbl: Zn meraurndeckuii, CuO, CeO,,
Pb(CH3COO)2, COO, K2CI'207, NiO, Cd(NO3)2,
Us0g, ThO,, CsBr, Sr(OH),, Na,WO,. IIpu npuro-
TOBJIEHWH PACTBOPOB BCE PEAKTUBHI GBLIN BHICYIIIE-
el mpu 110 °C 10 IOCTOSIHHON Macchl, P PACTBO-
POB TIPOAHATM3UPOBAIN HA COAEP:KaHNe KOMIIOHEH-
Ta IPaBUMETPUYECKHM METOIOM B BHIE OKCHIIOB,
npokasieHHbIx mpu Temmeparype 800°C (Zn, Cu, Ce,
U, Th, Ni). O6pas1ibl cpaBHEHHsI TOMOT€HU3HUPOBAJIH
MePEeTUPAHUEM B SIIIMOBOHN CTYIIKE ¥ IMPOKATHBAIN
npu 450 °C B Teuenue 3 — 4 9 aHATOTUYHO IpobaM
ITOYBHI.

O6cy:xaenue pe3yabTaTOB

IIpo6sI, TpPUrOTOBIEHHBIE TPEMS CII0COOAMH,
QHAJIU3UPOBAIN C WCIOAb30BAHUEM ITPOTPAMMBI
UniQuant (ta6x. 2). OcraTok B Tabi. 2 — cymma co-
JIepsKaHui KOMIOHEHTOB, onpeaeneHHbix CPII, mo
He TPeCTaBJIeHHBIX B HaHHOU Tabmure. [Ipu ana-
Jn3e CIUIABIEHHBIX P00 3HAYUTENHHYI0 YaCTh IIpHU-
MECHBIX DJIEMEHTOB, MIPECTABIIIOIINX /I HAC HH-
Tepec, He YAAI0Ch OIPENETUTh 0 IIPUINHE HU3KOTO
COJIeP:KaHus WIIN OTCYTCTBUS B Ipobe.

IIpomece amammsa mpo6 CPII Brarouan mosy-
YeHHe CIeKTPOB IPo0 C WHCIIOIb30BAHWEM CIEK-
Tpomerpa Quant’X um mporpaMMHOro obOecredyeHus
WinTrace u mocienyioryio MareMaTudecKyio oopa-
GOTKY CIIEKTPOB PACYETHBIM MOJYJIEM — IIPOTPaMM-
HbIM obecrneuenumem UniQuant. Bece mpo6wr ananm-
3UPOBAIM TIPU OJUHAKOBBIX YCJIOBHSIX METOIOM
AnySampleVac B BakyyMe mpu CKAaHHPOBAHUHU CIIEK-
TpoB ot 1 mo 40 ksB. B 3aBucuMocTH OT HampsaKe-
HHfA, II0aBAeMOr0 HA PEHTTeHOBCKYI0 TPYyOKy (oT 4
mo 50 kB), Bce cuexTps! genarca Ha 8 rpynm. [lpu
OIpe/ielIeHUH DJIEMEHTOB C IOPSAKOBBIM HOMEPOM
o 50 Bo30ysxmanu nx K-mumuu, npu ompenereHun

Ta6auma 1. Cpennee comepixanye 31eMeHTOB B TBepaoi ase moussl (o A. I1. Bunorpamosy) [8]

Table 1. The average chemical (element) composition of the solid phase of soils (according to A. P. Vinogradov) [8]

AlIeMeHT

(0] Si Al Fe C Ca
Maccosas gons, % 49 33 7,1 3,7 2 1,3

K Na Mg Ti N P S Mn
1,3 0,6 0,6 046 0,1 0,08 0,08 0,08

AIIeMeHT Ba Sr Zr F Cr Cl
Maccosas gonsa, % 0,05 0,03 0,03 0,02 0,02 0,01

\% Zn Ce Ni Li Cu B Pb
0,01 0,005 0,005 0,004 0,003 0,002 0,001 0,001
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Puc. 1. 3asucumoctu kourentpanui SiO, (@) u CdO (6), onpenenenusix nporpammoii UniQuant, ot BBegenubIx B OC

Fig. 1. The dependences of SiO, (a) and CdO (b) concentrations determined by the UniQuant program on the values in refer-

ence samples

OCTaTbHBIX (TAKENbIX) d1eMenToB — L-aunuu. Ka-
JKIBIN 06paser] aHAIM3UPOBAIN OJUH Pas.

Comep:xanne rommonenToB B OC ompepensin
aHaJoruYHO mpobam mouBsl. I[lo pesyabraTam usme-
PeHHil g KaiKI0ro 3JIeMEeHTa TOCTPOUIH ypaBHe-
HHUS PErpeccud MeTOJOM «BBEIEeHO — HaleHO»
(puc. 1). Ha mpakTuke qiad KOPpPEKIUH OIpeneside-
MO¥ KOHI[EHTPAITNN KOMIIOHEHTOB B PeajbHBIX IIPO-
6ax ymobHee Moab30BATHCA YPABHEHUEM:

y = (Al + A.Al)x + (B]. + AB]_),

rae y — KOHIIEHTPAIHUA KOMIIOHEHTa, BBEJJEHHOTO B
mpo0y; X — KOHIIEHTpAIWsI KOMIIOHEHTa, OIpe-
nenenroro mporpammoii UniQuant; (A; = AA;) —
YIJI0BOH KO03(P(HUIIMEHT ¢ IOrperrHocTeio; (B; *
+ AB;) — cMmelleHre IPIMOi OT Havaaa KOOPAMHAT
¢ morpemiHocThio. [lorpeminocts k03¢ uIeHTOB
perpeccuu HaXOIWIH C HCIOJIb30BAHHEM pacipe-
nenenus CTbIOJEHTA MPU [OBEPUTEILHON BEpPOST-
moctu P = 0,95.

Ilo pesyabraram amanuza OC momyuwmnu ypas-
HEHWsS PEerpeccuy C TMOTPeIHOCThIo (Tabi. 3), mis
KOTOPBIX HAIIW HAaWMEHBIIIHE OIpefiesiaeMble KOH-
nenrpamuu C,,;,, KOTOpbIe MOKHO CYUTATh IIpeesia-
MU OOHApy:KeHWd TMPUMECHBIX KOMIIOHEHTOB B
CILIABIIEHHBIX TTPO6AX IMPH UCITOIH30BAHUH CITEKTPO-
merpa ARL Quant’X.

Koaddumment A; mis 60IbIIHHCTBA OCHOBHBIX
KOMIIOHEHTOB B cpegHeM coctaBuia 1,01 mpu ciyduaii-
HO# morpernuaoctu AA; B mpemenax 0,01 - 0,04 (sa
uckmtouerueM 0,06 mIsa Kaxus), 9TO MOKHO CIUTATD
OYeHBb XOPOIIUM pesyabraroM. Jas 6GoJabIIHHCTBA
MIPUMECHBIX DJIEMEHTOB HAOMIOMATN 3HAYUMBIE OT-
KJIOHEeHUs, a CPeIHUN YIII0BOK Koo duiment A; co-
craBun 1,18, Takum o6pasoMm, pesysbTaT pacdera
KOHIIEHTpAIluii MHUKPOKOMIIOHEHTOB B IIporpaMmme

UniQuant 0bL1 3aHIKEH OTHOCUTEIHHO BBEIEHHOIO
coiepskanusa. BombiuHCTBO 3HAaYeHu AA; MeHblie
0,03 (or 0,01 70 0,1) Mp¥ OTHOCUTEIBHO HEOOIBIIIOM
KOJIMYEeCTBe SKCIEePHMEHTAIBHBIX TOueK. Takum 06-
pasoM, WMeeT MEeCTO 3HAYMMOE OTKJIOHEHHEe A; OT
€JIMHUIIBI, KOTOPOe MOYKHO WHTEPIPETHPOBATH KaK
CHUCTEeMAaTHYECKYI0 TOTPEIIHOCTh aHAIN3a, YTO MO-
JKeT moTpeboBaTh KOPPEKTUPOBKY Pe3yIbTaTa.

s Becex asmemenTos, kpome SiOy u Al,O5, 3HA-
yenue (B; = AB;) B mpefenax IIOTPEITHOCTH ObLIO
paBuo Hymo. [Hma SiO, 3HaYuMOe OTKIOHEHHE
(B; = AB;), ckopee Bcero, ObLIO CBSI3aHO C MATPHUY-
HBIM 3(P(EKTOM B IIMPOKOM IUANA30HE 3HAYCHUH
rkourentparuu (40 — 90 %). Hua Al,O; smaummoe
orkionenvie (B, = AB;) OT HyJIs MOXHO CBSI3aTh CO
CIEKTPAIHHBIM HAJIOMKEHUEM ITHUKOB KPEMHUs, fB-
JIAIONIET0C MAKPOKOMIIOHEHTOM B HM3y4aeMOM CHC-
Teme.

B Tabn. 3 mpuBemeHbl 3HAYEHUS MHHHMAIHHO
OTpefieNiieMbIX KOHIIEHTPAIUH /I CIJIABIEHHBIX
npob (cpenuee pasbasierHue — 5 pas), KOTOpBIE I0-
BOJIbHO BenuKu u mpeBblmaiT 70 — 100 ppm, 4uTo
nenaet HenpurogubiM criekrpomerp ARL QUANT’X
¢ nporpammoii UniQuant pna ompenenenus (oHO-
BBIX COJIEPKAHHUI MPUMECHBIX DJIEMEHTOB B IIOYBE
(cm. Tabm. 1, 2).

B pesynprarax amammsa C®PII mabmromanuch
anomasuu. Tak, mModTH BO BCex mpobax CILIaBlIeH-
ueix OC ob6mapy:en La (cpemnee comep:xamne —
0,03 + 0,03 %) 6e3 BUAUMOTrO MHUKA B alIapaTypHOM
cuekrpe. Boabiuine KouienTparuu Fe npaktuaecku
BCerza MPUBOAWIHN K MOSBIeHu0 B pesyabrarax Co,
oruorienre Fe/Co ~ 100; aHamoruyubiM 06pasom
Habmionanmu mosBienue Al mpum  oTHOIEHHU
Si/Al ~ 100.

Cucremarmyeckoe OTKIOHEHHE pe3yIbTara aHa-
JIW3a OT IeJIeBOr0 3HAYEHWS OIPEeNeIseTcs BeJInJu-
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HOHM A; ¥ 3a8BUCHUT OT MHOKECTBA [1apaMeTpoB, HO ca-
MBIM 3HAUUMBIM SIBJISETCA BKJIAA KOod(uImeHTa
gyBcrBUTeabHOCTH Kappas. B anropurme pacuera
nporpammbl UniQuant cozep:kanue KaxaIoro KoM-
[TOHEHTA OMpPeNessieT KOd(MPQUIMEHT UyBCTBUTEIh-
HocTu Kappas, u mpu BBIOPAHHBIX PEKUME U3MeEpPe-
HHUSA U TPYMIe JUHUH 3aBUCHMOCTDH 3TOTO K03 Pu-
[IUEeHTAa OT Z fBJIIeTCI MOHOTOHHOU (pyHKIueir. Ha
puc. 2 npuBegeHa 3aBUCUMOCTb A; OT Z: ¢ yBeaude-
HHEM HOPSIAKOBOTO HOMEpA djaeMeHTa K03 uIiueH-
Tel A; nns K-TWHUE crCTeMATWYeCKH yBeIWYHWBa-
auch; ana L-nuauit HaGM0gamoch OTKIOHEHHE OT
eIuHUIBI B 6oubIinyo cTropoHy (kpome PbO). Hawu-
GoJbIliee OTKIOHEHHUE OT eIUHHUI[BI ©MEJIO MECTO JIJIsS
CeO, u ThO,, onpenensiempix mo L-munusam, us-za
3HAYUTEIBLHOTO CIEKTPAIBHOTO BIIMSHHSI MeIlla-
OIUX DJIEMEHTOR.

Hna mergux snemenToB (Z < 25) mpu ux ompe-
IeJIeHHH C  WCIOJb30BAHHEM  CIIEKTPOMETPa
QUANT’X B mporpamme UniQuant cucremarmue-
CKOe OTKJIOHeHue A; uMeso 6IHU3Koe K e[UHUIE 3Ha-
YeHWe IIPU YAOBIETBOPUTENIHHOH IIOTPEIIHOCTH.
s smeMeHTOB ¢ Z > 25 cucTeMaTUYeCKOH ITOTperl-
HOCTH BBISIBJIIEHO He ObLI0, a Koa(puiment A,
3HAYUMO OTJIWYAICT OT EeIUHUIBLI (CM. pHC. 2).
CrutaBienHble MPOOBI IPY OMPEIETeHHH OCHOBHBIX
3JeMEHTOB Haubojiee OIM3KO COOTBETCTBOBAIHU Tpa-
IyUpoOBKe cmekTpoMerpa B mporpamMe UniQuant,

Ta6mauua 3. YpasHenus perpeccu 1iis cruiaBieHabx OC

Table 3. Regression equations for fused reference samples

16 4
@ K-MHuA
15 1 E@ L-amuua
1,4 4
1,3 A [~}

1,2 4

Koad. A

1,1 4

0,9 4

0,8 T T T T d

Puc. 2. 3aBucumocts koaddurmenta A; ot Z npu Bo30Oyx-
meanu K- u L-muunit gia cinasnerubx OC

Fig. 2. A, vs. Z correlations for K and L lines for fused ref-
erence samples

[IPOBEJIEHHOH Ha 3aBO/E-U3TOTOBUTENE, U XOPOIIIO
COBIIQMIATN C KOHIleHTpanusamu, BBegeHabivu B OC
B BHUJI€ PEAKTHUBOB.

Ina papyrux cmoco6oB MPOOGOIOATOTOBKH CHTY-
amus MOKeT HU3MEHHUTHCA H3-3a IMPOoOJIeM TroMmore-
HHUBAIMH, MaTPUYHBIX 3(PEEKTOB, Te0JTOTHUIECKUX
0COOEHHOCTEN U T.J., IT03TOMY I1eJIec000pasHo OBIIO0
OTIpeIeTUTh K0d(P(uIinenT A, U ero CiIydaiHyo mo-
TPELIHOCTh IPY aHAIN3€ HACBHIIHBIX M IIPEeCcCOBAH-
HBIX TPO0 W CPABHUTH 5TH 3HAYEHHUS C COOTBET-
CTBYIOIIMMHY PE3yIHTATAMH JIJIsI CILUIABJIEHHBIX P00

KommonenT y=A; £AA)x + (B; £ AB)) Chins % Yucno Touex
SiO, y = (1,04 £ 0,02)x — (2,4 = 1,4) — 65
Fe,O4 y = (0,96 = 0,03)x + (0,3 = 0,3) — 70
CaO y = (0,99 £ 0,03)x + (0,3 = 0,4) — 60
MgO y = (1,08 = 0,02)x + (0,4 = 0,2) — 55
K,O y = (1,07 £ 0,06)x — (0,1 = 0,2) — 55
Al,O4 y = (0,93 £ 0,04)x — (2,3 = 1,0) — 15
Cr,0,4 y = (0,93 = 0,02)x — (0,01 = 0,01) 0,01 20
NiO y = (1,18 £ 0,03)x — (0,01 = 0,02) 0,01 24
CdO y = (1,07 £ 0,03)x - (0,01 £ 0,01) 0,007 35
U504 y = (1,11 £ 0,04)x + (0,01 = 0,02) 0,03 15
ThO, y = (1,30 = 0,06)x — (0,01 = 0,02) 0,01 15
Cs,0 y = (1,33 = 0,06)x — (0,03 = 0,03) H.0.* 10
PbO y = (1,00 = 0,04)x — (0,01 = 0,01) 0,03 20
SrO y = (1,10 = 0,05)x — (0,01 = 0,02) H.O. 15
WO, y = (1,13 £ 0,01)x — (0,02 = 0,01) H.0. 15
CuO y =(1,24 £ 0,01)x + (0,01 = 0,01) 0,01 20
ZnO y = (1,12 £ 0,01)x + (0,01 £ 0,01) 0,03 15
CeO, y = (1,54 + 0,05)x — (0,01 = 0,01) 0,03 15
CoO y = (1,10 = 0,05)x — (0,01 = 0,02) 0,01 25

* H.0. — HE OoIIpeneJsisiiin.
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(A; u AA,). llid OIIEHKHM HEOIpPeaeIeHHOCTH IIPH
aHaause mMpod MOYBBI, TPUTOTOBIEHHBIX PA3THIHBI-
MU CIIOCO6AMM, TTOCTPOEHBI PETPECCHOHHbBIE 3aBUCH-
MocTH Yy (pesysbTar, MOJYyYEeHHBIN I CILIaBJIEH-
HBIX TP06) OT x (KOHIIEHTpALWH, OIpeaeeHHbIe
nporpammoii UniQuant miis 9THX Ke IpecCOBAHHBIX
WJTH HACBIMTHBIX I1P006) (Tabi. 4).

s npob mouswl, anamormuno OC, mis Beex
9JIEMEHTOB, KpoMme KpemHus, roddqduimert (By +
+ AB,) GBI paBeH HYJIO, YTO TO3BOJAET CPABHU-
BaTh K03puiiueHTsI A, ¢ A;. J[714 KpeMHud B 3TOU
CUTYyalluu TIPH ompeaeaeHnn A, HeoOxoauMo 06s13a-
TeJIbHO YIUTHIBATE (By = AB,).

Cpentee sHaueHnue Koa(pdumumenta A, maa oc-
HOBHBIX KOMIIOHEHTOB OKA3aJIOCh B IIpefejiaxX IIo-
TPENTHOCTH MeHbIlle equHuIbl: 0,81 — m1a HachIn-
HbIX 1pob u 0,83 — mua mpeccoBaHHBIX. B ciryuae
MPUMECHBIX KOMIIOHEHTOB 3HAYEHUs K03(uIlreH-
TOB OBLTHM HECKOJIBKO BBIIIE, HO TAKKE OTIMIAINCDH
OT eIWHUITHI B IIpenenax norpeursoctu: 0,87 — mmsa
HachIIHBIX mpo6 u 0,92 — 1y IIpeccoBaHHBIX.
Takum 00pasoM, @ 9THUX CIIOCO00B IIPOGOIOATO-
TOBKM pe3yJbTaT pacdyera KOHIEHTPAIMH B IIPO-
rpamme UniQuant Gymer 3aBBINIEH OTHOCHTEIHHO
pesyabTraTa s CIIaBIeHHbIX Tpo6 mouBsl. [Ipons-

Benenue A;A, OyIer MOKa3bIBaTh Pe3yIbTUPYIOIIEe
OTKJIOHEHHE OT IIeJIeBOTO 3HAYEHWS I HACHIITHBIX
¥ TIpeccoBaHHBIX mP00. {11 OCHOBHBIX KOMIIOHEH-
TOB WMeeM JBe rpyumnbl 3Hadenwmit AAy: mama CaO,
MgO — ~0,06, maa ocranbubix — ~0,2. Ilaa opu-
MECHBIX KOMITOHEHTOB MMEJIH MeCTO 0OJIbliiee OTJIH-
yre Ay OT IUHUIBI U TOTPerrHocTh AA,, cpaBHU-
Masg WA 4yTh MEHbIIle, YeM B CJIyd4ae OCHOBHBIX
KoMmoHeHTOB. IIpu sTom mpomcxomuia KoMmIeHca-
[HsA OTKJIOHEHUH, U A Ay UMesIo 3HaYeHUA KakK 00b-
11e, TAK ¥ MEHbIIE eIUHUIIBI, YeT0 He HaOII01a7I0Ch
[T CIIABJIEHHBIX IPo6. B ciyuae mpumecHbIX KOM-
rmoueHToB AA, cocraBmia menee 0,05 mas xpoma,
KaaMusd, Meau, ITuHKa u nopanka 0,1 — mis ocranb-
HbIX 21emeHToB, 4yTo mii CPII crnemyer mpusHaTh
YAOBIETBOPUTEILHBIM. B GOJBIIMHCTBE CIIy4aeB
IUIS TIPEeCCOBAHHBIX P00 3HaueHus AA, 6buIn 671u-
JKe K eIUHUILE, a TOTPEITHOCTb AA, — MeHbIIe, YeM
I HACBIIHBIX, TAKUM 00pa3oM, YCIOKHEHUE IIPO-
GOMOATOTOBKU 0GECTIeUNBAET YIYUIIEHHEe TOYHOCTU
pe3yabTaToB aHATH3A.

3axaroueHue

IIpenmoiken MeTOmHUYECKHI MOAXOJ K OIEHKE
TOYHOCTH  PEHTTEHO(MIyOPECIIEHTHOIO  AaHAIU3a

Taﬁ.nnna 4., ypaBHeHI/IH perpeccuu Jjsd onpeneeHuss OTHOIIEHUS couepmaﬁnﬁ KOMIIOHEHTOB B CILJIABJIEHHBIX W HACBIIIHBIX

(mpeccoBaHHBIX) TIpobHax

Table 4. Equations for regression dependences for determining the ratio of the component content in fused and bulk (or pre-

ssed) samples

KommonenT Hacpmnusie/IIpeccoBannsie y = (A, + AAg)x + (By = ABy) UYwucmo Touex AA,
SiO, y = (0,75 = 0,20)x + (20 % 15) 13 0,77
y = (0,77 £ 0,20)x + (18 = 15) 13 0,80

Fe,04 y = (0,84 = 0,20)x + (0,2 = 1,0) 11 0,80
y =1(0,94 = 0,12)x + (0,2 = 1,0) 11 0,90

CaO y = (0,77 £ 0,06)x + (0,4 = 0,5) 12 0,75
y = (0,75 £ 0,05)x + (0,5 = 0,5) 12 0,74

MgO y =1(0,67+0,07)x-(0,2 = 0,5) 10 0,72
y = (0,70 = 0,06)x - (0,5 = 0,5) 10 0,75

K,0 y = (0,78 £ 0,20)x + (0,3 = 0,5) 12 0,84
y = (0,80 + 0,20)x + (0,3 = 0,5) 12 0,86

Al 0,4 y = (1,10 = 0,20)x — (2,0 = 3,0) 12 1,02
y = (1,03 = 0,12)x — (0,2 = 1,0) 12 0,96

Cry04 y = (0,76 = 0,01)x + (0,01 = 0,01) 10 0,69
y = (0,79 = 0,01)x + (0,01 % 0,01) 10 0,72

NiO y = (0,96 = 0,08)x + (0,01 = 0,01) 8 1,14
y = (1,06 = 0,15)x - (0,01 = 0,01) 7 1,26

CuO y = (1,00 = 0,04)x — (0,01 + 0,01) 9 1,24
y = (1,04 = 0,05)x + (0,01 = 0,01) 9 1,29

SrO y = (0,65 = 0,10)x + (0,01 + 0,01) 12 0,71
y = (0,67 = 0,10)x + (0,01 = 0,01) 12 0,74

ZnO y = (0,87 £ 0,05)x - (0,01 + 0,01) 15 0,97

y = (0,92 = 0,01)x + (0,01 = 0,01) 14 1,04
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npo6 mousbl ¢ mpumenenuem CPII u mporpammbr
UniQuant. O6pasibl cpaBHEHHU, TPUTOTOBIEHHBIE
13 PEaKTHBOB, OKA3aIUCh aeKBATHBIMU JIJIs aHAJIH-
3a mpo0 MOYBBI, IPUTOTOBIEHHBIX METOOM CILIAB-
nenus. Cpenuee sHayeHue Koadduruenra A; 3aBu-
cumoct ¥y = (A; = AA,)x, rme y — BBeIEeHHOE CO-
Iep:KaHue KOMIIOHEHTa, a X — HaHWgeHHoe, i
OOJIBIIMHCTBA OCHOBHBIX KOMIIOHEHTOB paBHo 1,01
npu ciaydamHoi morpermuaoctd AA; 0,01 - 0,06.
Cuerrpomerp QUANT’X ¢ mporpammoii UniQuant
MI03BOJIAET OINPEIeIATh JIETKWe DJIEMEHThI B CILIAB-
JeHHBbIX mpobax ¢ morpemrHocTbio g0 0,06, s
GOJIBIIIMHCTBA MIPUMECHBIX 3JIEMEHTOB K03(pu-
nueHT A; 3HAYUMO O6OJIbIIlE ETUHUITBI (pPe3yabTar
3aHMKeH B cpemHeM B 1,18 pasa), 4TO AjI9 TOYHOTO
oIpejieNieHuA KOHIIEHTPAIUn TpedyeT KOPPEKTUPOB-
KU IIOJIy9eHHBIX PE3yJIbTATOB, U IIOTPEIIHOCTh aHa-
nusa Oymer ompenenarbesa BenmunHamu AA; (ot 0,01
o 0,1).

C wucnmomp3oBaHWEM TPEJIOKEHHOTO IIOAXO-
Ja ObLIM OIIEHEHBI BO3MOKHOCTH CIIEKTPOMETPA
QUANT’X ¢ mporpammoit UniQuant gia amammusa
po6 MOYBBI, IPUTOTOBIEHHBIX IPYTUMHU CIIOCO0AMU
(mpeccoBaHHbIe, HACBLITHBIE). B GONBIIHHCTBE CIIy-
YaeB 10 Mepe YCI0KHEHUA MPOOOIOATOTOBKH OTKIIO-
HEHHEe COOTBETCTBYIOIUX KoadduiimenTor Ay u ux
morpertHocta AA, ymensiatorcsa. [locie Koppek-
THPOBKH CAMOM BBICOKOHM IIOTPEIIHOCTBI0 Xapak-
TEPUBYITCA Pe3yJbTaThl aHAIN3A HACBITHBIX IIPOO
rmouBsI (0,1 — 0,2 g1 ocHOBHBIX dmemeHToB u 0,05 —
0,10 mmst mpuMecHbIX). JlaHHBIE 3HAYEHUA BIIOJIHE
npuemsieMbl 1yt COII, ocobeHHO mpU eqUHHYHOM
OTIpe/ie/IeHnH.

B HekoToOphIX cayuasx M3-3a CHEKTPaIbHBIX Ha-
JIOKEHUM MOTYT ONPEeNeIsAThCH 3IEMEHTHI, OTCYT-
crByomue B mpobe. Yarme 3T0 mMMeeT MecTo IS
TIPUMECHBIX BJIEMEHTOB, ONpPeneaaeMbIxX M0 L-TuHu-
am: La, Ce, Re, Os u T.1. IIpu Gonbmux comepixa-
HUAX OCHOBHBIX 3JIEMEHTOB BO3MOKHO 3aBBIIIIEHUE
pe3yJIbTAaTOB OIpEeeNeHUs 3JIEMEHTOB, HNMEOIINX
onmskue auaun B crexrpe: Co ot Fe, Al or Si. ITonb-
3ysck mporpammoii UniQuant, sxemaTeiabHO Ipe-
CTaBIATH, KAKUE DIIEMEHTHI TpebyeTcs OmpeneauTh
¥ BUIHO Jiu uX OUKH B cuekTpe. Comepixanuio sie-
menTa Oosabiie 100 ppm COOTBETCTBYeT BUIUMBIN
OUK B aNnapaTypHOM CIEKTpe IS HIEMEHTOB C
Z > 25, onpenensaeMbix 1o K-muHumn.

[Ipu ananmse mepasbaBIeHHBIX TPO6 OPHUEHTH-
POBOYHBIE IIpeRenbl OOHApPY:KEHHS 3JIEMEHTOB CO-
craBngioT: aia snemernToB ot Cr go As — 50 ppm,
ot Rb 10 Sn — 30 ppm, ana smemeHTOB, ompesense-
MbIxX 0 L-muauam — ot 70 go 100 ppm. J[aa couias-
smeHHbIXx 1npob Beawuuubl C,;, Oyayr B 2 -4 pasa
BBIIIIE B 3aBUCUMOCTH OT COOTHOIIIEHUS IIPH pa3das-
JIeHuHU (PII0COM, KOTOPOE MOKET 3aBHUCETh OT HHTEH-
CHUBHOCTH HAJIATAIONIUXCA JUHUH, MATPUYHOTO S(-
dexra u mp.

IIpu comepskanmax xKommoneHtoB >0,1 % Hau-
Jy4dIIUM BapHaHTOM fABIAETCA aHaIW3 CIJIaB-
JIEHHBIX TIP00; IJIA ONpenesieHus COAEP:KaHUH IOo-
panka 50 ppm OpeAnouYTHUTENeH aHAaIU3 IIPecco-
BaHHBIX P00 C YIETOM 3apaHee OIPEeeIeHHOTO OT-
KJIOHEHHUA OT IIeJIEBOT0 3HAYEHWSI U IIOBBIIIEHHOH
IIOT'PEITHOCTH.
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HNCCJIEJOBAHHUE RJIIOYEBBIX PAKTOPOB
JJIA MUHNMHUSAIINN IIEPOXOBATOCTU XUMHNUYECKUX
TIOKPHITUH CIIJIABAMHU Ni-P M Ni-Cu-P
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[lepoxoBaTOCTH TOBEPXHOCTH TIOKPHITHH B CYIIIECTBEHHOU CTEIIEHH OIPeIessieT uX (PyHKIHOHA-
JIbHBIE CBOMCTBA U 3d)(peKTHBHOCT. B pabore mnpencrasieHbl pes3yabTaTbl UCCIeOBAHIS BIIUI-
HVSI OCHOBHBIX TEXHOJIOTHYECKHUX [IAPaMeTPOB Ha IIIePOX0BATOCTh XMMUYECKUX ITOKPBITHH CILIA-
Bamu Ni—P u Ni- Cu-P Kirouesnie (hakTopbl, BIHAIONHE HA IIIEPOXOBATOCTb MOKPHITHH,
omnpenessaau merogoM Taryuu. B skcriepuMenTax BapbHpOBaIn PasiIudHbIe IIapaMeTPhI IPOIEC-
ca HaHEeCeHUs IMOKPBLITHHI: KOHIIEHTPAIMI0 KOMIIOHEHTOB B pactBope, pH, Temmneparypy, Bpems
OCasK/IeHUs. ¥ CTAHOBJIEHO, YTO IIEPOX0BATOCTH IOBEPXHOCTH JIMHEHHO YBEINIUBAETCSA B 3aBUCH-
MOCTH OT TOJIIIUHBI ITOKPHITHEH. B Hanbombiiell cTeeHn Ha Pa3BUTHE IIIEPOXOBATOCTH BIHAIOT
KOHIeHTpauwus runopocdura Harpus u Benvauna pH. BeisiBieno, uro HanMeHbInas mepoxosa-
TOCTh HAOMIOMAaeTcs NpPH KOHIEHTpauuax rumodochura Harpus u comu menu 0,358 u
0,0012 mounb/m, pH 5,8 u Temneparype 90 °C. CkopocTh pasBUTHSA [IEPOXOBATOCTH IIOBEPXHOCTH
st okpbrTril Ni— P u Ni— Cu - P B ontumanbabix yemosusax cocrasisier 0,68 u 0,97 %/mrm
(mo onrrevusanyu — 6,72 %/vem). [lomydeHHbIe pe3yabTaThl MOTYT OBITH UCIIOIB30BAHBI IS CO-
BEPIIIEHCTBOBAHUSA METOAWKHM CHIDKEHHA II€POXOBATOCTU IIOKpbITHE crmiaBaMu Ni—P u
Ni - Cu - P u, coorBeTcTBEeHHO, OBBIIIEHUS (PYHKITNOHAIHLHOCTH, M3HOCOCTOMKOCTH M KauecTBa
TIOKPBITHH.

Kixouessle croBa: xumuueckoe ocasknenue; Hokpbitsa Ni— P u Ni — Cu - P; mepoxosarocTs;
onTUMH3aIUs; MeTos Taryuaw.
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The surface roughness of coatings has a significant impact on their functional properties and efficiency.
We present the results of studying the effect of the main technological parameters on the roughness of
chemical coatings with Ni— P and Ni - Cu - P alloys. The key factors affecting the roughness of coatings
were determined by the Taguchi method. Parameters of the coating process were varied in the experi-
ments: concentration of components in solution, pH, temperature, and the time of deposition. It is found
that the surface roughness increases linearly with the thickness of coatings. The concentration of sodium
hypophosphite and pH value have the greatest influence on the development of roughness. It is shown
that the lowest roughness is observed at concentrations of sodium hypophosphite and copper salt 0.358
and 0.0012 mol/liter, pH 5.8 and temperature 90 °C. The rate of the surface roughness development for
Ni- P and Ni - Cu - P coatings under optimal conditions is 0.68 and 0.97 %/pm (before optimization —
6.72 %/pm). The obtained results can be used to improve the methodology for reducing the roughness of
coatings with Ni - P and Ni — Cu - P alloys and, accordingly, to improve the functionality, wear resistance
and quality of coatings.

Keywords: chemical deposition; Ni—P and Ni- Cu-P coatings; roughness; optimization; Taguchi

method.

BBenenue

Ilokperrusa cmmaom Ni- P 6maromapsa cBoum
MeXaHUIECKUM, (DU3UIECKUM, SIIEKTPUIECKUM CBO-
CTBaM, a TAKXe CTOHKOCTH K KOPPO3WH H H3HOCY
IIAPOKO IPUMEHSAIOT B MAIIIUHO-, aBTOMOOUIIE- U CY-
IIOCTPOEHUY, ADPOKOCMUYIECKOH OTpACIH, XHMUJe-
CKOU, DJIEKTPOTEXHUYECKOU, IIEKTPOHHOM, TOPHOIO-
ObIBAOIEH, HE(PTAHON M rasoBOM IIPOMBIIIIEHHO-
ctu u ap. [1].

Ocaxpenne TOKPBITHH TPEXKOMIIOHEHTHBIMH
crutaBavu Ni—- M - P (M = Co, Fe, Mo, W, Sn, Cu,
Ag u np.) — Haubosee 3dheKTUBHBIN METO] U3Me-
HEHWS XUMHWYECKUX U (DU3UYECKUX CBOHCTB MTOKPHI-
tua [2]. Tak, DOKpPBITHA TPOUHBIM CILIABOM
Ni—- W - P mo TBepmocTu, H3HOCOCTOHKOCTH U Tep-
MWYECKOH CTAOMIBHOCTH MPEBOCXOMAT OHWHApHBIE
Ni - P-ocagku [2, 3]. Tpoiiuoi crraB Ni-Sn—-P ¢
HU3KUM COZiep:kaHueM Sn 061a7aeT MOBBINIEHHOH
KOPPO3WMOHHOM CTOMKOCTHI0 UM TEPMHUYECKOU CTa-
ouwnsHOCTRIO [4, 5]. CrtaB Ni— Ag — P xapaxrepu-
3yeTcd TOBBIIIEHHOM M3HOCOCTOMKOCTBIO U TEILIO-
IpOBOTHOCTEIO [6]. OcaskneHre TOKPHITHIH CILIABOM
Ni - Cu - P yayumaer ux riaikocTsb, SpKOCTb, KOP-
PO3MOHHYI0 CTOMKOCTH, TBEPIOCTb ¥ M3HOCOCTOU-
KoCTb [4, 7 - 9].

Baxxmoe 3HaueHMe [IA WCIOIB30BAHUA IIO-
KPBITUH HMMeEeT IIIepOX0BaTOCTh HOBepxXHOCTH. llo-
HU;KEHHAs I1ePOX0BATOCTh 00eCIIeYnBAET JIyIIIuiH
KOHTAKT, YTO IOBBIIIAET 3(PpeKTUBHOCTDH TEeILIOIe-
penadm, yMeHbIIaeT BpeMs IpUpPadbaThIBAEMOCTH
MTOBEPXHOCTEH, YMEHBIIAET KOI(PMPUIIUEHT TPEHUST U
BEJIMYUHY HU3HOCA, CHUIKAET KOHTAKTHOE COMPOTHE-
serue. OT IIEPOXOBATOCTH U MOP(OJIOTHH TIOBEPX-
HOCTH 3aBUCUT IOPHUCTOCTh XUMUYECKUX ITOKPBITUN
Ni- P [10 - 12]. ¥cranoBiI€eHO, YTO MIEPOXOBATOCTD
MIOKPBITHH YBEIUIUBAETCI C POCTOM IIIEPOXOBATO-
ctu moBepxHocTu moamokku [13]. Kpome toro, Ha-
Hecerue Ni — P-mokpbiTua nmoBTropsaeT mpoduis mo-
BEPXHOCTY IOJJIOKKHN, HO HE 3aIIOTHAET IPOMEKYT-
KU MeXJTy HEPOBHOCTAMU IT0OBepxHOCTH [14].

g onTrMU3anH TApAMEeTPOB IIIEPOXOBATOCTH
Ni — P-mokpbITHii MOKHO HCIOIB30BATh MeTonx Ta-
ryuu. BeisgBieno, yTo KoHIleHTpanuu rumnodocdura
HaTpus B guanasone 10 — 24 /1 ¥ MOHOB HUKEIS B
Iuana3oHe KOHIIEHTPAUMH CMecH CyiIbgara U XJo-
puna mukens (1:1) 30 — 50 r/n oxaswsIBalOT 3HAYH-
TeIbHOE BIWSHHME HA HapaMeTphbl IepOX0BATOCTH
[15]. B mMeHbIllell cTemeHH BIWUIET TeMIepaTrypa
pacrBopa. OTMETHM, YTO TMOKPBHITUA C HAUMEHbIIIEH
[I€POX0BATOCTHI0 TOJIYYEHBI IPH KOHIIEHTPAIHAAX
rurnodocguTa HATPUA U Cyabdara + XIopuma HUKe-
asa (1:1) 17 u 30 /.

HccnenoBanue 1mepoxoBaTOCTH MOKPBITHH IIPU
ocaskmeHuu TpoiHoro ciuiasa Ni— Ag — P moxkasaiio,
4YTO BBEJEHHE MOHOB cepebpa mo 5 — 7 Mr/n ymeHb-
1IaeT IIepOX0BATOCTh MOKPBITHY, a [anbHelllee
yBeJIW4YeHre KOHIEHTPAI[UN BbI3bIBAET €€ ObICTPHIH
poct [6]. OnHako B JaHHOM ciiydae OCaKAeHHe II0-
KPBITHH ITPOBOIUIIOCH IIPH ITOCTOSHHOM ITPOIOJLKH-
TEeILHOCTH 00pabOTKM, HO IIPU PA3INYHBIX 3HAYEHH-
AX JIPYTUX TEXHOJOTUYECKHX I1apaMeTpoB (cocTaBa
pactBopa, TeMIepaTyphl), 4TO AOLKHO (POPMHUPO-
BaTh IOKPBITHSA pasiauaHo¥ tommuubl. Cremosa-
TEJIBHO, MOJIyYeHHbIE Pe3yIbTaThl HOCAT [UCKYCCH-
OHHBIHM XapaKTep U He MO3BOJIAIOT HAEKHO YCTAHO-
BUTh BIHSIHHUE TEXHOJOTUYECKUX IapaMeTpOB Ha
Pas3BUTHE IIIEPOXOBATOCTH ITOKPBITHH.

Ilens paboTe — uccieq0OBaHNEe BAUSHUASI OCHOB-
HBIX TEXHOJIOTHYECKUX ITapaMeTpoB (KOHIIEHTPAI[UH
noHoB runodocdura u meau, pH, remneparypsi) Ha
IIePOXOBATOCTh IOKPBITHEH ciiaBaMu Ni—-P u
Ni-Cu-P

Marepuauabl, METOTNKA, 000PYyIOBaHHE

Ocaorcdernue noxpwvrmuti. McnonbsoBanu peak-
THUBBI KBAJIU(UKAIMKA X.94. WIH 4Y.7.d4., B KauecTBe
MaTepuaia IOJIOKKN [ HAHECeHHUT ITOKPBITHH
crutaBaMud Ni— P u Ni-Cu-P — o6pasmer pas-
MepoMm 20 X 20 X 1 MM U3 KOPPO3UMOHHO-CTOMKOU B
ropsyeii azotHou kuciore (1:1) Hep:kaBerollel cra-
mu 20X13H4T'9 (cocras cramu, % macc.: Fe — 73,2;
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Cr — 14,2; Mn — 8,6; Si — 1,8; Ni—-1,1; Cu — 0,8;
S — <0,02; C — 0,15-0,3; P — <0,05 (xumwu-
YECKWI COCTAB OIpPEIeNieH SKCIePUMEHTAIBHO Me-
TOMOM SHEPTOUCIEPCUOHHOTO PEHTTeHO(Iyopec-
LIEHTHOI'0 aHaau34)).

B Tabm. 1 mpuBemeHbI JaHHBIE O MHPOIEXYPaX
MPEIBAPUTENHHON 06PAGOTKY MOMIOKKNA U HAHECe-
HUS TOKPBITHH, HA puC. 1 pecTaBIeHa quarpaMmma
M3MEeHEHUsd IIePOXOBATOCTH 006pasIoB IIOCTe pas-
JINYHBIX STAIIOB MEeXaHWYeCKoH 00paboTku (1audo-
BaHUA U MOJHUPOBKH).

Cocras pacTBopa U YCIOBHSI OCKICHUA IJIA Ha-
HECEHUs IIOKPBITHUH BBHIOPAHBI B COOTBETCTBHH C
MAHHBIMHY 71 TIHIAHATHO-CYKIIMHATHOTO PacTBOPa
[16, 17]. Haubonee BamkubIe mapaMmeTpbl (KOHIIEH-
Tpanuu runodocuTa HATPUSI U Cyabdara MemH,
pH, temmeparypa) BapbupoBaiu, OpyrHe MOAAEp-
JKUBAJIU TIOCTOSHHBIMY [TPY HAHECEHWH TOKPBITHS.

B Taba. 2 mpuBemeHbI cocTaB pacTBopa U yCJo-
BUS XHMHYECKOTO OCaKIeHMs MOKphITHH. Hauams-
Hoe 3HaueHue pH pacrBopa ycranmaBmuBamu mo6as-
neaneMm 20 %-moro pacrBopa Ho,SO, mmu NaOH.
Ocaxenrie TMOKPBITHIA TMPOBOJIWUIN B TEPMOCTATH-
pyemom (+1 °C) crakane (oobem — 250 M1, ymesn-
Has sarpyska — 0,27 — 0,30 qm?/m).

HUsmepernue wepoxosamocmu. IllepoxoBatocTsb
noBepxHoCcTH (R,, R,) ONpenenatu ¢ IMOMOIIBIO TI0P-
tatuBHoro mpoguiromerpa TIME TR100 (Kurait)
(mmuHa cpesa — 0,8 MM, CKOPOCTD II€peMeleHus —
1 MM/c, mjuHA Tpacchl CKAHHPOBAHUI — 6 MM).
Hsmepenne 11epoX0BaTOCTA CTAIBHOM OCHOBBI U
MOKPBITHH MOBTOPAMM MO 5 -7 pas M HAXOMWIA

3 36

12 L0 0.8 05
0 . . A es | TET]

6/o P1500 P2000 P2500 ITacta T'OU
IllnudpoBanbHOE UK TOTUPOBATHLHOE CPEICTBO

Puc. 1. IluarpaMma H3MeHEHHS IIEPOXOBATOCTH ITOBEPXHO-
cru R, Ha pasnu4HbIX ranax MIH(OBAHNUA U IOIHPOBAHIA

Fig. 1. Diagram of changes in the surface roughness Rz at
different stages of grinding and polishing

MenuaHHOe 3Ha4YeHue. [I0CKOJBKY IIepOX0BATOCTH
HMCXOIHBIX 00pasIoB ObLIA pasiudYHAa, 4 TaKKe YIu-
ThiBas, 4T0 R, ~ kR, TO B KauecTBe XapaKTepHC-
THUKHW HIIEePOXOBATOCTHU HCIIOJIb30Ba/IN OTHOCUTEJIb-
HYI0 BeJIUYUHY

AR _100(R, - R}) 100(R, - RY)
R R? R?

z a

1 KasKIoro SKCIepUMEHTA IIPOBOIUIHN HE Me-
Hee deThIpex onpenenennit AR/R u 3aTeM HaX0quIu
MeIuaHHOe 3HadYeHue, KOTOPOe KCIIOJIb30BATH JIA
IIOCTPOEHHUA MaTeMAaTUIECKUX MOJIEJIeH 1 OIITUMHU3a-
UM YCIOBUU OCAXKIEHUA MOKPBITUN ¢ HAaUMeHbIIen
IIIEPOXOBATOCTHIO.

Il HameceHMs MOKPBITHUS HCIIOJIb30BAIH 00-
pasusl, R, koTopbix Haxoguiaack B mnpegenax 0,5 —
1,5 MmEM.

Ta6auma 1. [Ipouenyps! mpegBapUTEIbHON IOATOTOBKH 06PA3I0B U XUMUYECKOTO OCAKISHHUS MOKPBITHH criaBaMu Ni— P u

Ni-Cu-P

Table 1. Procedures of preliminary sample preparation and chemical deposition of Ni — P and Ni — Cu - P alloy coatings
IIpomenypa YcmoBusa

Illnudosanue Hamxnaunas 6ymara Ha ocrose kKapbuma kpemuwms (P1000, P1200, P1500, P2000), macra

¥ [IOJIUPOBAHUE
IIpomsiBKa
Cyuika
ObesxuprBanue
IIpomsbiBka

IMlenounoe o6esxuprBanue

Komuarnas Temneparypa

I'OH (Cr,0,), «BeHCKas u3BeCThb»

HucrunnupoBanuas Boaa (5 MUH), yIBTPa3BYK

CCl, (5 mun), artetoH (5 MUH), KOMHATHASA TEMIIEPATYPa, YIbTPAa3BYK
Hucrunnuposanuas Boga (5 MUH), KOMHATHAA TEMIIEPATYPA, YIBTPA3BYK
Ilemounoit pacreop (r/m: NaOH — 40, Na,CO; — 20, Na;PO, — 40, Na,SiO; — 4),

70 — 80 °C (10 MuH), yIbTPa3ByK

IIpombiBKa
Cymga 85-90°C

Omnpenenenne Macchbl
obpasia 6e3 MOKPBITHUS

Komuaruas Temneparypa

JucrtuinupoBansas Boga (5 MUH) [BaK/bl, KOMHATHAA TEMIIEPATyPa, YIATPA3BYK

Xumwuueckoe ocazkmenue mokperruii (80 — 90) = 1 °C, pH 5,0 —6,0

Jucrunnuposanuas Boga (1 MUH) IBAKIBI, yILTPA3BYK (5 MUH), KOMHATHAS TeMIIEpaTypa

IIpomeiBka
IIpombiBka Jranon — aneros (1:1), 1 mun
Cyuixa 85-90°C

Omnpenenenue Macchl 00pasma
C TIOKPBITHEM

Komuarnas remmeparypa
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Ta6mauma 2. Cocrae pacTBopa u yCIOBUs I OcaskaeHus mokpebiTuil cirasaMu Ni— P u Ni- Cu - P

Table 2. Composition of the solution and conditions for the deposition of Ni — P and Ni — Cu - P alloy coatings

Cocras pactBopa

Y CI0BUS OCAKIEHUSI TOKPBITHN

Konnenrpauus
KommnonenTst pH Temneparypa, °C Bpewms ocasxnenus, Mun
MOJIB/JT r/n
NiSO, - TH,0 0,12 33,6 52-64 80 -90 30 - 100
NaH,PO, - H,O 0,18 - 0,36 19-38
CuSO, - 5H,0 0-0,0024 0-0,6
HGly 0,30 31,4
H,Succ 0,20 23,6
Pb(Ac), - 2H,0 10-5
Ta6auna 3. Yupasinsembie (haKkTOPbI U UX YPOBHU
Table 3. Controlled factors and their levels
YpoBeHb
Yupasnsembie haKTOpPbI Enununie: usmepenus 1 2 3
Kounenrparusa MOJIB/JT 0,179 0,269 0,358
NaH,PO, - H,0 (4) r/n 19 28,5 38
Kounenrpanus MOJIB/JT 0 0,0012 0,0024
CuSO, - 5H,0 (B) o/ 0 0,3 0,6
pH (O) 5,2 5,8 6,4
Temneparypa (D) °C 80 85 90

Xumuneckuii cocmas, naomHocmds U MOAWUHA
noxpulmuil. XUMHUIECKHH COCTAB HOKPBITHH OIpe-
nensiau  poToMeTpudeckuM mertomom  (docdop B
dopme dochopHO-BaHATIEBO-MOIUOIEHOBOH TeTe-
pomosukucioTe [18], Menp B dopme KOMILIEKCA C
KpacuTesieM IUKpaMuH-31cuiIoH [19]) mocie morwo-
IO PAcTBOPEHUA MOKPBITHUA B PACTBOPE a30THOM KH-
cnotsel (1:1).

IInoraHocTs mokpbITHI ciutaBamMu Ni—-P u
Ni - Cu - P maxomunu 1mo ypaBHEHHUIO

oxip = 8,75 — 0,0833w(P),
MOJIydYeHHOMy 10 pgaHHbIM craggapra ASTM
B733-15.

Ha ocHoBe Macchl MOKPBITHA, €r0 IJIOTHOCTH,
wromaau obpasia U MPOMOBKATEIBHOCTH OCaKIe-
HHS PaCCYHUTHIBAIN TOMIIUHY d (MKM) M CKOPOCTB
ocaykmeHusA 1 (MKM/4) TOKPBITHH.

Ilnanuposarue axcnepumenma. Ilnanuposa-
HHe 3SKCIEePUMEHTa, OCHOBAaHHOE Ha MaTeMaTHde-
CKHX METONax M CTATUCTHYECKOM aHATU3e JaHHBIX,
MT03BOJISIET OMIPENeIUTh/KOHTPOIUPOBATE IIE€PEMeH-
Hble, KOTOPBIE MOTYT BJIHATH HA €Tr0 pe3yabTaThl, U
WCKJIIOUaTh HeKeIaTelbHble (PaKTOPhl. ITO AaeT
BO3MOJKHOCTD TIOJIYIHUTh MAKCHMAaIbHO TOYHBIE pe-
3yJABTATHI IPH MUHHUMATIHLHOM KOJIWYECTBE WCIIBITA-
Hui [20 — 22].

A cTaTHCTHYEeCKOT0 aHAIN3a, MO3BOJISIONET0
OIpeleIuTh 3HAYMMBIE II€PEMEHHbIE B Pa3BUTHU

[I€POX0BATOCTH TTOKPBITHUH U ONMTUMU3UPOBATH TEX-
HOJIOTUYECKUEe TTapaMeTphl, IPUMEHIIN MEeTO Iia-
HUPOBaHUA 3KcepuMeHToB Taryun [23, 24]. Metog
OCHOBaH Ha 3KCIEPHMEHTAX C OPTOTOHAIHLHOU MarT-
purieii, obecriednBaroIel 3HAYUTENHHO MEHBIIIYIO
IUCIEPCUI0 Pe3yabTaTOB IPH ONTHMAILHOM Ha-
CTpOiiKe IIapaMeTPOB VIIPABIEHHUSA TEXHOJIOTHYE-
CKHM TIpoIteccoM. B Takoit maTpuiie Bce mapamMerphl
BapbHUPYIOTCA I OJHOBPEMEHHOIO y4yera WX IIpsd-
MOT'0 BO3JIEMCTBUSA W B3aUMOIEMCTBUM, BIUAIOIIUX
Ha BBIXOJHYI0 XapaKTEPUCTHUKY .

Hna darTopoB, BaphbUpyeMBbIX HA TPEX YPOBHAX
(Tabs. 3), BHIOpAIN OPTOTOHAIBHYIO MATPHILY, IPH-
BelleHHYI0 B TabJ1. 4.

B merome Taryun ucmonb3yoT CTATHCTHYECKUH
IoKas3areilb — OTHOIIeHne curHaji/iuym S/N, mpen-
cTaBIgOIIee COo00I JioraprupMudecKyio (QYHKITHIO
JKeJIaeMoro BBIXOAHOTO curHasia. Iloxasarenb ciry-
JKAT B KA4yecTBEe IeeBOM (DYHKIIMU A ONTHMU-
3alli U TPAJAUIMOHHO H3MeEPSAETCI B [qernubesax.
Coorromrerne S/N yauThIBaeT cpefHee 3HAUEHUE U
BapHabeIbHOCTh M OIpefeNseTcs KaK OTHOIIEHWE
cpenHero 3HayeHus (CHTHAA) K CTAHAAPTHOMY OT-
KJIOHEHHIO (IIIyMy).

Coorrotrterne S/N 3aBHCHAT OT Ka4eCTBEHHBIX
XapaKTepPUCTHUK OITHMHU3HUPYEMOro Ipoaykra (Tex-
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Ta6auna 4. OproroHasbHas MaTPUIA IUIAHHPOBAHUS HC-
HbITaHHﬁ, JAOIIOJTHEHHAA SKCIIEPUMEHTaMU B IIEHTPe IlJIaHa

Table 4. Orthogonal test planning matrix, supplemented
with experiments in the center of the plan

Ne A B c D
1 1 1 1 1
2 1 2 2 2
3 1 3 3 3
4 2 1 2 3
5 2 2 3 1
6 2 3 1 2
7 3 1 3 2
8 3 2 1 3
9 3 3 2 1
0 2 2 2 2

HOJIOTHYECKOro Iiporiecca). IIpumeHsioT ciaeayroue
kareropuu S/N:

(S/N)p =-101g %ny -
i1

4YeM HUXKe, TeM JIy4llle,

YeM BbIIIEe, TEM JIy4dIllIe;

y: oo 1<
(S/N)yp =101g=7, 7=—3.5,,

2 IR —\2
s2=—"">(y; -3 —
n-1;1

HOMUHAJIBHO JIyIIINH.

31ech y;, n, $2 — pe3ynbTaT, KOJIUIECTBO MOBTO-
PEeHHI U qUCIIepCUd B I-M SKCIIEPUMEHTE.

C momomipio S/N MOMKHO TPOTHO3UPOBATH OTI-
THMAaJIbHOE codeTaHwe (PaKTOpOB IIpoliecca, KOTO-
poe MaKCHUMHU3HUPYET COOTBETCTBYIOIIIEE COOTHOIIIE-
HUe curHan/myM. B cayuae MUHHMU3AINY 1II€POXO-
BaTOCTH HEOOXOIWMO HCII0/Ih30BaTh Kareropuio LB
(ueM HUIKE, TEM JIyUIlle).

O6cy:xaenune pe3yabTaTOB

YcraHoBiaeHo, 4yTo R, TOMI0KKH U TOKPBITHS
[IPH XUMHUYECKOM HUKEJIUPOBAHUU YACTO MMPAKTHIE-
cku umentuyHsbl [13, 14]. Ilokaszano Tak:xke, 94TO Cy-
[[IECTBYeT MEePexXOIHas IePOXOBATOCTh ITOMJIONKKH,
IIPU KOTOPOH ITePOXOBATOCTh MOKPBITHH U OCHOBBI
HeugeHTUYHsI [14].

IIpenmnonaraercd, 4TO IIOKPBITHE He HApPyIIaeT
MOP(OJIOTHUIO MOBEPXHOCTH ITOAJIOMKKH, OTHAKO 0Ca-
SKIEHHBIE TOKPBITHSI HEPEIKO UMET cepounmasb-

400 -

y = 16,365x )
300 1 R%=10,998 A
®
%5 200 - e
100 4
0 T T T 1
0 5 10 15 20
d, MEM

Puc. 2. 3aBucumMocTbh OTHOCHTEIBLHOTO IIOKA3ATEJS IIIEPOX0-
BarocTd AR/R OT TONIIMHBI IIOJIy4aeMOro0 MOKPLITHA d

Fig. 2. Dependence of the relative roughness index AR/R
on the thickness of the obtained coating (d)

HBIM Xapakrep MOBEPXHOCTH. [Ipy HameceHuwM IIo-
KPBITHH HA WX ITOBEPXHOCTH B T€YEHUE HEKOTOPOTO
BpPeMEHU MOTYT 3aepP:KUBATHCSI IIy3bIPbKH BBIJIE-
JIAIOIEroCs BOAOPOAA, BKIIOYATHCT KOMIIOHEHTHI
pacTBopa uau 00pas3oBaBIIHECi B 00beMe pacTBopa
MPOIYKTHI PEaKIHi, B TOM YHCIe CyOMHUKPOHHBIE
YacTHUIbl METAJIMYeCKoro Hukena [25,26]. Otu
(hakTOpBI MOKHBI OKa3bIBATH BIAUTHUE HA Pa3BHU-
THE IePOXOBATOCTH MOKPBHITHU C YBEIWYEHHEM WX
TOJIIAHBI.

Ha pwuc. 2 mpencrasiena 3aBUCHMOCTh OTHOCH-
TEJILHOTO TOKA3aTells IIePOXOBATOCTH OT TOJIIHHBI
MOJIy4aeMOro IMOKPBITUA. BumHOo, 4TO IIepoxoBa-
TOCTH MPSAMO MTPOIOPITMOHAIBHO MEHSIETCS B 3aBUCH-
MOCTH OT TOJIII[AHBI ITOKPBITHS.

C yBemumueHreM IIPOIOJLKUTEIBHOCTH OCAKIe-
HUS ¥, COOTBETCTBEHHO, TOJIIIUHEI TOKPBITHSA Ha 10~
BEPXHOCTH HAKAIUIUBAIOTCI PA3JIMYHBIE Me(eKTHI,
YTO MPUBOAUT K POCTY IIIEPOXOBATOCTU IIOKPBITHH.
s pamupoBanus 3HAYUMOCTH (DAKTOPOB, BIUSIO-
II[AX HA IIePOXOBATOCTb MOKPBITHH, U ONITUMHU3AI[HN
mporiecca XUMHUYECKOTO OCAKIEHUS TMOKPBITHH s
IOCTHKEHUsS MUHHMAJIBbHOM III€POX0OBATOCTH IlejIe-
coobpasuo wmcmoab3oBarh BenwuwHy (AR/R)/d, xa-
PaKTEepPHU3YIOIIYI0 OTHOCUTEIBHYI0 CKOPOCTh H3MeHe-
HUS IIEePOXOBATOCTH C POCTOM TOJIIUHBI TOKPBITHS
(cpemuee M3MeHEHME IIEPOXOBATOCTH B pacuere Ha
1 MEM HOKPBITHS).

Anaausz ommuowenus cuznan/wym. B rtabm. 5
MPUBEIEHBI SKCIIEPUMEHTAIBHBIE Pe3yIbTAThI OIpe-
IeJIeHNsT XUMUIECKOI0 COCTAaBa U CKOPOCTH OCAKIE-
HUS TOKPBITHH, OCHOBHOTO IIapaMeTpa OITHMHU3a-
munu (AR/R)/d m cOOTBETCTBYIOIHE€ COOTHOIIEHMUS
S/N.

IlockonbKy SKCIIEpUMEHTAIbHAS CXeMa OpPTOro-
HaJIbHA, MOKHO BBIJEJIUTH BIUIHHUE KAMKIOTO Iapa-
MeTpa MpY HAHECEHWH MOKPBITHSI HA PA3HBIX YPOB-
uax. Hanpuwmep, cpeamee oruomenne S/N mus dax-
Topa A Ha ypoBHSX 1 — 3 pacCYUTHIBAIH IIyTEM yC-
pexnuenusa S/N wunu sxcnepuMeHTOB 1 -3, 4 -6 1
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Ta6muna 5. Pesynaprars! onpeneneHns XUMAIECKOT0 cocTaBa (Wp , We,), CKOPOCTH OCAKAEHUA IOKPHITUIH (1), OCHOBHOTO I1apa-
merpa onrumusanuu ((AR/R)/d) u cooTBeTCTBYOIIMX cooTHOIEHUH S/N

Table 5. Results of determining the chemical composition (wp, w¢,), coating deposition rate (), the main optimization para-

meter ((AR/R)/d), and the corresponding S/N ratio

Ne wp , % macc. Wey, % Mace. 7, MEM/4 (AR/R)/d, Yo/mEM S/N, nb
1 4,58 0,00 8,87 10,15 -20,13
2 4,39 6,77 12,64 4,22 -12,51
3 2,72 8,86 13,39 13,22 -22,42
4 3,81 0,00 24,77 2,50 -7,97
5 3,31 2,91 15,63 7,17 -17,10
6 4,98 4,89 18,93 3,37 -10,55
7 4,21 0,00 21,82 9,18 -19,25
8 5,60 2,08 22,81 1,05 -0,44
9 5,03 2,84 17,21 0,93 0,63
0 3,86 2,10 18,32 6,72 -16,54

Ta6auna 6. Cpexnnee 3Hauenne S/N 1o ypoBHAM (haKTOPOB
¥ paHru

Table 6. The average value of S/N by factor levels and
ranks

IToxkasarenn A B C D
YposeHb 1 -18,35 -15,78 -10,37 -12,20
-11,87 -10,02 -6,61 -14,10
3 -6,35 -10,78 -19,59 -10,28
A (max — min) 12,00 5,00 12,98 3,82
Panr 2 3 1 4
Oo6ee cpeauee S/N -12,19

7 -9 coorercrBenno. Cpenuee S/N mis Kammoro
YPOBHS JApPYTUX (PAKTOPOB BBIUUCIANM AHAIOTHY-
HBIM 06pasoMm.

Cpenuee smauenuwe S/N [0ad KaKA0ro YpPOBHS
daxropos A, B, C u D u 1yis BCex JIEBATH WCIBITA-
HUM, a TAKKe PaHTH, OCHOBAaHHbIE HA Je/IbTa-CTaTH-
cTuke (OIIEHMBAET PA3HOCTh MEKIY CAMBIM BBICOKUM
¥ CAMBIM HU3KHUM CPEJHUMU 3HAYEHUSAMU IS KaMK-
moro axropa, KOTOphble CPABHUBAIOT OTHOCHUTEIb-
HyI0 BenuuwHy 3(Q)(eKTOB), IpuUBeIeHbl B Tabi. 6
(paur 1 npucBamBaercs PAKTOPY C CAMBIM BBICOKHAM
3HAYEHUEM JIeJIbTa, PAHT 2 — BTOPOMY 10 BETUIHHE
3HAUYEHUIO JeIbTa U T.I.).

3aBHCHMOCTH TIapaMeTpa OIMTUMU3AINN U OTHO-
[IEHUS CUTHAJI/IIIyM OT YPOBHEH yIpaBisgeMbIxX (pax-
TOpoB (0CHOBHOM 3(pheKT) IpUBeEHbI HA pUc. 3, HA
puc. 4 — B3aWMOIENCTBHE MEKIY WCCIeNyeMbIMUI
darxropamu. OT™METHM, UTO €CIU JIUHUSA JJI OTIPee-
JleHHOTO (paKTopa Ha rpaduKe OCHOBHOIO a(hderra
OJM3KA K TOPU30HTAIBHOH, TO 3TOT (PAKTOP HE OKa-
3BIBAET CYIIECTBEHHOTO BIUSHUSI. PaxTop, I KO-
TOPOTO JIMHUA UMEET HauOONBINNN HAKIOH, Oymer
HanboIee 3HAYUMBIM.

Ilomyunnu, uro daxrop C (pH, paur 1) oxassi-
BaeT 3HAUWTENHHOE BIUAHUE HA PA3BUTHE IIEPOXO0-

BaTOCTU IIOBEPXHOCTHU HOprITI/Iﬁ (I[JIH oIITuMaJib-
HBIX yciaoBuit pH pactBopa q0/KHO cocTaBIaTh 5,8).
®Parrop A (KoHUeHTparusa rumnodocuTra HATPHUS,
paHr 2) Takke Cyl[eCTBEHHOE BIUIET HA IIIepPOXOBa-
TOCTB: C POCTOM KOHIIeHTpaiuu rumodocdura Ha-
TpUS pasBUTHE LIEPOXOBATOCTU IIOKPHITUN YMEHb-
[IAeTCsSA, YTO, BEPOATHO, CBA3AHO C YBEIUIEHUEM CO-
nepskauua ¢ocdopa B MOKPHITUM U IIEPEXOAOM K
cMecH aMOp(PHOM W MHKPOKPUCTAIINYIECKOH das
WY TIOJTHOCTHI0 K aMOpP(HOMY COCTOSHHIO CILIaBa
[27]. ®PakTop B (KoHIleHTpaIusi Cyiabdara Memau,
pasr 3) oKasbIBaeT MEHbIIee BIMSIHIE HA PA3BUTHE
mepoxoBaTocTu. T'eM He MeHee yMeHbIIIeHHE IIIepo-
X0BaTOCTH HAOJIIOMAETCS TIPU KOHIIEHTPAIMY CyiIb-
dara meau 0,0012 mons/n (0,3 r/a). Pakrop D (Tem-
meparypa pacTBopa, paHr 4) B HaWMeHBIIIeH cTere-
HHY BJIHAET Ha IePOX0BATOCTh IIOKPBITUA.

HsveHnenune xoma WM TepecedeHue JTUHUU Ha
rpadukax B3anMomencTBuA (cM. puc. 4) xapakTepu-
3yeT CUJIbHOE B3aUMOJeHUCTBHE (PAKTOPOB. Y CTAHO-
BUJIH, UTO CYII[ECTBYeT 3HAUUTEIHHOE B3aUMOEHCT-
Bue mexny daxkropamu Au B, BuC,DuA,D u B,
D u C. B 1o e Bpems B3aumojericreue Mexay A u C
MOYKHO CYUTATh YMEPEHHBIM.

Takum ob6pasom, pakTopsr A (KOHIIEHTPAIIAS TH-
nocpocpura Hatpus), B (KOHIEHTpanus cyibdara
menu) u C (pH pacrBopa) B HamnbosbIlledl cremreHu
BIMAIOT HA Pa3BUTHE IIEPOXOBATOCTH TOKPBITHIMA.
IIpu stom onTHManTbHYI0 KOMOWHALHMIO (DAKTOPOB
MOKHO TipencTaButh Kak ASB2C2D3.

JHucnepcuonnviii anaaui. OcHOBHAS IeTb TUC-
IIEPCHOHHOTO aHAIN3a — BBIJETUTDH 00/IaCTh Bapua-
[IWH, BHI3BAHHBIX KAJKIBIM (DAKTOPOM, OTHOCHUTEIh-
HO 00111eit Bapuaiuu, HabI0IAeMOH B pe3yabTaTax,
a TakKKe BBISCHUTH IIPOIIEHTHBIN BKJIAM (DAKTOPOB B
yIpaBleHHEe IIepOXOBATOCTHI0 IIOKPBITHH. Brman
paccUuTHIBANIN IIyTeM [eJeHUS CYMMbI KBaJpaToB
MENAYy TPYIIaMu KaKIOro (akTopa Ha OOILIyIO
cyMMy KBaapaToB. Pesynabrarhl mpencTaBieHBI B
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Fig. 3. Dependences of the optimization parameter
(AR,/R,)/d (a) and signal-to-noise ratio S/N (b) on the levels
of controlled factors

Tabia. 7. BuaHo, uro Bausuue ¢artopoB A u C Ha
pasBHUTHE IIIEPOXOBATOCTH IMIOKPHITHH MAKCUMAIBHO.
Brnang daxropa B MOXKHO CYATATh YMEpPEHHBIM.
Bauauue arkropa D B mpeenax SKCIIEpUMEHTATh-
HOTO JIMAIIa30HA HUYTOKHO.

IloOmeeparcdarowuti mecm. C ucmorb30BaHHEM
HaWIEHHON OIITUMAILHOM KOMOMHAITMH YPOBHEH HC-
cnenyeMbix (haKTOPOB IMIPOBOJUIN IIPOBEPOYHBIH
TEeCT YAyYLIeHWS OSKCIIyaTAIIMOHHBIX XapaKTepu-
ctuk moKpeITHi. IlokpeiTue cmmaBom Ni- Cu-P

Ta6auna 7. Pesynbrare! qucnepcronnoro ananusa s S/N
Table 7. ANOVA results for S/N

—8—A=]--a-A=2-0-A=3

—8—A=1--4-A=2 —0-A=3

SIN

Puc. 4. Usvenenus S/N npu B3aumopeiicreuu haxropos B
uA@),CuA®6),CuB@®),DuA(),DuB@),DucC ()

Fig. 4. Changes in S/N during the interaction of factors B
and A (a), Cand A (b), Cand B (¢), D and A (d), D and B (e),
D and C (f)

(hopMupOBATIOCH B YCIOBUAX, COOTBETCTBYIOIIUX CO-
geranuio pakropo A3B2C2D3. Cropocth ocaske-
HHsS cocraBisaia 29 MrMm/4, comepsranue dgocdopa u
Menu B mokpeiTud — 4,9 u 2,2 % mace.

Pacuernoe coornomenre S/N B OOTHUMAaIbHBIX
YCIIOBUSAX C WCIOJIB30BAHUEM IPEATIOIATAeMOTO OII-
THUMAaJIBHOTO YPOBHS TEXHOJOTHYECKUX (PAKTOPOB
BBIYHCIISIN CIAEAYIOIUM 006pasoM:

k
(S/N) pi =(S/N),,, + D [(S/N); =(S/N),,],

=1

rae (S/N),, — obiee cpennee coorHoinenue S/N;
(S/N); — cpenuee cootHorenrie S/N Ha OnTHMATb-

dakrop Crenenu cBo60/bI CM}:;:;; I;;;ﬁﬁzﬁf cﬁeﬁ{fbﬁfﬁiﬁrﬁ?ﬁn Brnag Panr
A 2 216,5755 108,2877 38,3 2
B 2 58,8567 29,4283 10,4 3
C 2 267,9132 133,9566 47,4 1
D 2 22,0747 11,0374 3,9 4
Bcero 8 565,4201 70,6776 100,0
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Ta6auua 8. Pesymbrarh! MOATBEPIKAAIOIIETO SKCIIEPUMEHTA

Table 8. Results of the confirmation test

YcnoBus

XapaKkTepUCTHKA TTOKPBITHA

Hauanbubie

Onrumansubie (A3B2C2D3)

(A2B2C2D2) IIporsos OKCIIEPUMEHT
AR,R,, % 28,6
d, MEM 29,4
(AR /R,)/d, Yo/vxEm 0,68 0,97
S/N, nb -16,55 3,32 0,26
YayuueHue cooTHomenus curaas/mym (S/N) 19,87 16,81

HOM YPOBHE I-T0 (paKTOpa TECTHPOBAHUS; K — KOJIH-
YECTBO MCCIIEyeMbIX (DAKTOPOB.

B Tabn. 8 mpuBeneHb! pacueTHble ¥ (haKTHUe-
CKHe OIeHKH BeluduHbI S/N B yCIOBHUIX HCIIOIb30-
BaHUS OITHUMAJIBHONM KOMOHHAIUY (DAKTOPOB.

OxumaeMoe yiIydllleHWE COOTHOIIEHUS CHI-
Has/iym cocraBuio 19,87 nb. OxcnepumeHTaIBHOE
yayuamierue cooruomenns S/N — 16,81 1B, urto 03-
Ha4YaeT yMeHBIIEeHNEe [IEPOX0BATOCTH IPHUMEPHO HA
85 % m mo3BOJIAET PaclleHUBaTh €r0 KaK 3HAYUTEIb-
HOE yJIydIlleHHe.

Ha ocnoBe (S/N),, BBIMHCIATH TaKikKe OMKH-
JaeMyi0 CKOpPOCTb PAa3BUTHS IIIEPOXOBATOCTH IIO-
BepxHOCcTH TOKphITHi. OHa cocraBuna 0,68 %/MEM,
9TO0 OIMBKO K SKCIEPUMEHTATHLHOMY 3HAYEHHUIO
(0,97 %/mEM) u sHauuTenbHo (Ha 85 %) mydiie, yuem
MIPH YCIOBUAX [0 OITUMHUSAIIAHN.

3axarogeHue

IIpoBenentbie wmccieqoBaHus C KCIOIb30BAHU-
em Meroma Taryuwm s omTuMusamuu (aKTOPOB
[poIecca XUMHUIECKOI0 HAHECEHUs ITOKPBITUH CILIa-
Bamu Ni — P u Ni — Cu - P okaszasu, uro cyiecrsy-
€T BO3MOJKHOCTD 3HAYHUTEIHHOTO CHUKEHHUA 111ePOX0-
BaTOCTH MOKPBITHH. BRIABUIIN, YTO TIPU YBEIUIEHUN
TOJIIUHBI OKPBITHS IIIE€POX0OBATOCTD JUHEHHO BO3-
pacraer. Jlyia MUHUMHU3AIUN 11I€POX0OBATOCTH IfejIe-
coobpasuo wucronrb3oBatk napamerp (AR/R)/d, xa-
PaKTEPUBYIOIINI OTHOCUTEIHHYIO CKOPOCTh H3MEHe-
HUS [II€POXOBATOCTH C POCTOM TOJIIUHBI TOKPBITHS
(cpemuee m3MeHEHHeE IIEPOXOBATOCTH B pacdere Ha
1 MM mokpsiTust). Haubosbiiiee BausgHre HA pa3Bu-
THE IIEPOXOBATOCTH ITOKPHITUN OKa3hIBAIOT KOHIIEH-
Tparus runogocdura Harpus (dparkrop A) U Besu-
yuna pH (daxrop C), Torma kak KOHIEHTPAIIUA
cyabdara menu (dpaxTop B) BHOCUT yMEpPEHHBIH
BKJIQJ, a TeMmepaTypa sierrponura (dpakrop D) Ha
[IePOX0BATOCTh IpakTudecku He Biauser. Omnru-
MaJbHbIE YPOBHHU (DAKTOPOB IIPH HAHECEHHUH ITOKPHI-
TUH IJI9 JOCTHIKEHUSI MUHUMAJIBHOM IIIEPOXOBATO-
CTH MOJKHO IpencraBuTh B Bume A3B2C2D3. Hau-
MEHbIIIAs IIIePOX0BATOCTh ITOKPBITHH COOTBETCTBYET
KOHIIEHTPAIUIM THII0(0oCchUTa HATPHUI U COIU MU

0,358 u 0,0012 mons/n, pH 5,8 u Temmeparype
90 °C. CxopocTb OcakIeHus IOKPBITUH B 9TUX YCJIO-
BHUSAX cocraBisger 29 MEM/4 (comep:KaHue B MOKPHI-
tuu pocdopa u megu — 4,9 u 2,2 % macc.).

IlogTBep:kmaronuii TeCT MOKA3aJI yJIydilleHne
cooTHOIIeHus curHay/mrym a0 16,81 gb, uro o3uaua-
€T yMeHbIIIeHHEe IIIEPOXOBATOCTH NPHUMEPHO Ha
85 %. Oxunaemas U 9KCIIEpUMEHTATbHAST CKOPOCTH
Pa3BUTHS II€POXOBATOCTH ITOBEPXHOCTH ITOKPBITHIH
B ONTHMAIBHBIX ycaoBuax cocraBuau 0,68 wu
0,97 %/MEM, 94TO 3HAYUTEIHLHO JIy4Ille, YeM [0 OIITH-
vusanuu (6,72 %/MEM).

duHaHCUpPOBaAHUE

Hdaunnasi pabora (UHAHCHPOBAJIACH 34 CYET
CpefcTB Oo/KeTa HHCTUTYTA (YIpPEeKIeHnus, OpTraHu-
sanuu). HuUKaKux [JOMOJHUTEIBbHBIX TPAHTOB Ha
IIpoBeneHne HJIN PYKOBOACTBO OJaHHBIM KOHKpPET-
HBIM HCCJIeZIOBAHIEM ITOJIyIeHO He ObLIO.
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Cy111eCTBEHHBIH HEJOCTATOK CILIABOB HA OCHOBE MArHUA, IITUPOKO IIPUMEHIEMbBIX B IIPOMBIIILIEH-
HOCTH, — HHU3Kas U3HOCOCTOMKOCTE. B pabore mpeacrasieHbl pesyabTaThl IIa3sMeHHO-3JIEKTPO-
suTrdeckoro okcuaupoBanus (I100) g nomydeHus: MOKPHITHI ¢ GOIBIIEH H3HOCOCTOMKOCTHIO
Ha IMoBepxHOCTH Marauesoro civiaBa AZ31. I190 mpoBoaunu B BofHO-mIem09HOM (hochaTHOM
2JIEKTPOJINTE ¢ J00aBJIEHNEM TIOPOIIIKA YACTHUIL reKcaroHanbaoro Hurpuaa 6opa (h-BN). Merox
II90 — omun u3 Hanboee MEePCIIEKTUBHBIX IS II0OBEPXHOCTHON 00paGOTKYM MArHUEBBIX CILIA-
BOB, TAK KAK OKCHIMPOBAHUE IPOBOIUTCS B IIEIOYHBIX ATIOMHUHATHBIX, CHIIMKATHBIX WIH (POC-
(haTHBIX HIEKTPOIHUTAX C PA3IUMIHBIMU (DYHKIIMOHAIBHBIMY qo0aBkamu. Jlob6aBka HAHOKPHCTA-
JIMYECKOTO0 TopoInKa rekcaronansHoro h-BN B Buze cycnieHsnu B 00beM II€KTPOINTA HE OKA3bI-
BaeT BIMAHWA Ha 3neKrpudeckue mapamerpbl 1190, a wacrursr h-BN ummKopmopupyiorcsa B
CTPYKTYPY (POPMUPYEMOT0 KOMIIO3UTHOTO ITOKPBITHSA, IIOBBIIIASA €0 U3HOCOCTOMKOCTh. [lokasa-
HO, YTO II0JIydaeMble TOKPBITH 001amaoT TunmdabiM 1y 1190 penbedom ¢ passuToit Mmopdo-
JIOTHEH U MTOPHCTOCTHIO, KOTOPbIe MEHSIOTCS B 3aBHCHMOCTH OT BpeMeHH OKcuaupoBanus. [Ipu
9TOM HHKOpIiopupoBanue dactuil h-BN B OKphITHE IPOUCXOIUT IT0 HHEPTHOMY MEXaHH3MY, I10-
CKOJIBKY OHU HE IIPeTepIIeBal0T XUMUIECKUX IIPEeBPAIIeHuH ¢ 06pasoBanueM HOBbIX (as. Komrro-
3WIIMOHHBIE TOKPBITHA, IOJyYeHHbIe Ha TOBEPXHOCTH MaruueBoro ciwiasa AZ31 meromom 190,
cocroaT u3 kpucramnmdeckux das MgO u Mgy(PO,), He3aBuCHMO OT [06aBIEHUA B DIIEKTPOIUT
gacrturg h-BN. F3HOCOCTOMKOCTD IOKPHITHI B CPABHEHUH ¢ HEOOPaOOTAHHBIM CILIABOM BBIIIE B
6 — 8 pas. IloyueHnble pesynbTaThI MOTYT OBITH HUCIIONB30BAHBI Ipy noxydeHuu 1190-mokpbI-
THI C IOBBIIIIEHHON H3HOCOCTOMKOCTBIO M IIPUMEHEHHH UX B PA3JIMIHBIX OTPACIAX SKOHOMUKH.

KaroueBbie ciioBa: IIIa3MEHHO-3IEKTPOIIUTHYECKOE OKCHAMPOBAHUE; KOMIIO3HIOHHOE IIO0-
KpbITHe; MArHueBbIi ciutaB AZ31; rekcaroHaIbHBIN HATPUL 60pa; U3HOCOCTOMKOCTb.
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A low wear resistance is a significant disadvantage of magnesium-based alloys widely used in industry.
The results of plasma electrolytic oxidation (PEO) carried out in an aqueous-alkaline phosphate electro-
lyte with the addition of hexagonal boron nitride (h-BN) powder to obtain coatings with greater wear re-
sistance on the surface of AZ31 magnesium alloy are presented. The PEO method is one of the most prom-
ising for surface treatment of magnesium alloys, since oxidation is carried out in alkaline aluminate, sili-
cate or phosphate electrolytes with various functional additives. The addition of nanocrystalline hexa-
gonal h-BN powder in the form of a suspension into the electrolyte volume does not affect the electrical
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parameters of PEO, and h-BN particles are incorporated into the structure of the formed composite coat-
ing, increasing the wear resistance. It is shown that the resulting coatings have a relief typical of PEO
with developed morphology and porosity, which change depending on the oxidation time. In this case, the
incorporation of h-BN particles into the coating occurs by an inert mechanism, since they do not undergo
chemical transformations with the formation of new phases. Composite coatings obtained on the surface
of the AZ31 magnesium alloy by the PEO method consist of crystalline phases of MgO and Mg;(PO,),, re-
gardless of the addition of h-BN particles to the electrolyte. The wear resistance of coatings is 6 — 8 times
higher compared to the untreated alloy. The results obtained can be used to produce PEO coatings with in-
creased wear resistance and use them in various sectors of the economy.

Keywords: plasma electrolytic oxidation; composite coating; magnesium alloy AZ31; hexagonal boron

nitride; wear resistance.

Beenenue

MaruwueBbie criaBbl Ojaromaps CBOEH HU3KOH
IUIOTHOCTH, BBICOKOH BJIEKTPOIIPOBOIHOCTH, HETOK-
CUYHOCTH, YAEIbHOU KEeCTKOCTU U XOPOIIUM JUTeH-
HBIM CBOMCTBAM IIMPOKO WCIIONL3YIOT B MEIHUIIUHE,
aBTOMOOMJIECTPOEHHH, a9POKOCMUIECKOH OTPACIH U
1p. [1]. B mpoMsIIieHHOCTH XOPOIII0 3apEeKOMEH I0-
Banu cebs CILIaBbl Maruud ¢ nuHKOM (AZ), KoTopble
BCJIE/ICTBHE IPUCYTCTBUA IIMHKA 061a1a10T BHICOKOH
ILUTACTHIHOCTHIO ¥ MPOoUHOCThIO [2]. OcHOBHOI He-
IOCTATOK TAKWUX CIJIABOB — HHU3KAsd H3HOCOCTO-
KOCTb W TIOJBEPKEHHOCTh KOPPO3HH, UTO OTPAHU-
YUBAET X BO3MOKHBIE 00/IaCTH TpuMeHeHus [2, 3].
Hns ymydineHus W3HOCOCTOMKOCTH ¥ CTOHKOCTH
K KOPPO3HWH IIOBEPXHOCTh MATrHHUEBBIX CILIABOB
TIOKPBIBAIOT B3AIUTHBIMU MOKPBITUAMHU, UCHOIb3YS
MEeTOAbl IIJIA3MEHHOTO HAMBLUIEHHSI, Ta30()a3HOro
OCaKIEHHUA, XUMHUYECKOTO U 3DIIEKTPOXUMHYECKOTO
KOHBEPCHOHHOTO OCAKIEHWd, a TaKKe aHOIUPOBa-
HHUA U IJIa3MEHHO-3JIEKTPOTUTUIECKOTO OKCHIUPO-
Baaud (II90) [1 - 10].

[Tpu TIS0 cuHTE3 TOKPBITHI OCYIECTBIAAIOT B
BOJIHBIX 9KOJIOTHIECKHU 0e30TaCHbIX PACTBOPAX IIEK-
TPOJIUTOB HA OCHOBe (pocd)aToB, CUINKATOB U AJIIO-
vuHatoB [10 - 14]. Cyrs Meroma 3akKmoO4YaeTcs B
TOM, YTO HA MOBEPXHOCTH JETKUX METAJJIOB MU UX
ciasoB (Al, Mg, Ti u np.), crioco6HBIX hopMupO-
BaTh OKCHAHYIO IUIEHKY BEHTHJIHHOTO THIIA C YHHUIIO-
JIAPHOU TPOBOAUMOCTHIO, ITPU BHICOKUX HATIPSKEHH-
ax oxcupupoBanusa (300 — 600 B) cosmarorca ycio-
BUS BO3HHUKHOBEHUA KPATKOBPEMEHHBIX HCKPOBBIX
MHUKPOPa3pAI0B C BBICOKOM TeMIIEPATypOd BHYTPH.
BosHukHOBEHHE HCKPOBBIX Pas3psiiOB IPUBOIUAT K
(hopMupOBaHMIO HA TOBEPXHOCTH 06pA6ATHIBAEMOTO
CIIaBa MOPHUCTHIX KOMIIOBUTHBIX ITOKPBITHH, COMEp-
SKAIUX BBICOKOTEMIIEPATypPHbIe OKCHIHBIE (Da3bl U3
3JIEMEHTOB OKCHUIMUPYEMOTO CIIaBA ¥ KOMIIOHEHTOB
9IEKTPOJIUTA, AKe €C/IM OHU HAXOJATCA B PACTBOPE
B BHjie TBepAbIxX yactuill [1, 2, 15].

Hcmonb3oBanue in situ B SAEKTPOJIUTAX TBEP-
IbIX HAHO- WJIH MHKPOYACTHI[ PasHOro tuma (Imo-
pomgu TiO,, TiN, SizN,, Al,O5, SiC, SiO,) mpu-
BOAUT K UX BHEIPEHHUIO B CTPYKTYPY HOKPBITUA BO
Bpemsi I1190-06paboTku, 4ro BiausgeT Ha MOPQO-
JIOTHIO, TIOPUCTOCTh ¥ HM3HOCOCTOMKOCTh KOHEYHOTO

KOMIIO3UTHOrO MOKpeITHsd [2, 11, 16, 17]. Tax, 6s110
3a(pUKCUPOBAHO, YTO M3HOCOCTOMKOCTH, HAIIPHMED,
THTAHOBOTO CIIJIABA IOBBINIANACH TIPU (POPMUPOBA-
HUW HA eT0 ITOBEPXHOCTH KOMITO3UTHBIX TOKPBITHH C
BKJIIOUEHHUSIMH YACTHUI[ TEKCATOHAILHOTO HUTPUIA
6opa B ycnoBusax 1190-o6padorku [18, 19].

ens paboTsr — wmccieoBaHye BIUIHUSI 100aB-
KH IIOPOIIKA HAHOKPUCTAIMYECKOTO TeKCATOHAID-
unoro Hurpuzaa 6opa (h-BN) ma mopdosoruio, cocras
¥ M3HOCOCTOMKOCTh KOMITO3UTHBIX MIOKPBITHMA, TIOJIY-
YEHHBIX B BOJHO-IIEJIOYHOM (PochaTHOM BIEKTPOIH-
Te B ycnoBuax 1190-06paboTku MarHmueBoro CriaBa
AZ31.

Marepuasabl, METOTHKA, 000PYyIOBaHHE

O6pasier gaa [190-06paborkn (aHombl) pasme-
pom 30 X 20 X 1,5 MM BBIpe3ai U3 IEIBHOTO JIHC-
Ta MaraueBoro ciiaBa AZ31 (HOMUHATIBHBIN COCTAB
crutasa, % mace.: Al — 3,04, Zn — 1,0, Mn — 0,27,
Si — 0,02, Fe — 0,0028, Cu — 0,0008, Mg —
ocranmbuoe). Ilepen oxcumupoBammemM 06pasIbl Me-
XaHUYECKU TOCIEA0BATENHHO 3aYUINAIN OT 3arpsas-
HEHUH U eCTEeCTBEHHON OKCHIHOU ILIEHKH IIudO-
BalbHOM Oymaroii sepuucroctbio 500, 800, 1200 u
2500, mpoTupanu 3TUIOBBIM CIIMPTOM M CYIIWUIN HA
Bo3nyxe. B kauecTBe KaToa WMCIOIB30BAIN CTANh-
Hyt0 wiactuHy. COOTHOIIIEHNe TIIOMAaed KaToaa u
amona cocraisaio 15:1.

I190-06paboTKy MPOBOIUIN B CTEKITHHOM STIEH-
Ke 00beMoM 1 71 B BOJHOM BIIEKTPOJIUTE, COMEPIKAIIEM
2 r/mn KOH u 10 r/n NazPO, ¢ no6aBrenuem 20 r/n
mopomrka h-BN (TY ¥ 26.8-00222226-007-2003).
Bemmuuna pH snexrponura cocrasmana 13,3 = 0,5.
B reuenme II90-06paboTku TeMmepaTrypy oieK-
TposuTa noaxep:kuBanu Ha ypoHe 20 * 5 °C ¢ mo-
MOIIBIO IIOCTOSHHOTO TIEPEMEIINBAHUSI W OXJIAK-
JeHUs TYeHKN IIPOTOYHOM XOJIOTHOH BOIOoH. Bpems
OKCHAMPOBaHUSI BapbupoBaiu or 1 mo 20 MuH mpu
YCTAHOBJIEHHOM MAKCHMATbHOM HANPAKEHUH OK-
cugupoBanusa 550 B u mmornoctu Toka 50 MA/cM?.
CooTHoIllleHHe BpeMEeHW HUMITYJIBLCOB IIPOTEKAIOIero
TOKa (BKJIFOYEHO/BBIKIIIOYEHO) COCTABIANO Loy :log =
= 1:9. Jlng oxcHAMPOBAHUSI MCIIONB30BaIM Jabopa-
TOPHBIA HWCTOYHUK IHATAHUA IIOCTOSHHOTO TOKa
EA-PSI 9750-12 2U (EA Electro-Automatic, Ger-
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Puc. 1. Cxema ycranosku ainsa [190-o6paborku (a) u yactuirs: noporrka h-BN (6)

Fig. 1. Scheme of the installation for PEO processing (@) and h-BN particles (b)

many), CHaOKeHHbIH (DYHKIHEH TPOrpaMMHOIO Te-
HEPUPOBAHUI UMITYyJIbCOB TOKa. CxemMa yCTaHOBKH U
Bup gactury mopomka h-BN npusenens: na puc. 1.

Mopdooruto u IeMeHTHBIN aHaIu3 II0BEpPX-
HOCTH ¥ IIOIEPEYHOTO CEeYEeHUA IOIYyIEHHBIX
[I90-oKpBITHI HCCIETOBANKM C IIOMOIIBI0 CKAHMU-
pyIoIero saeKTPoOHHOTO MUKpockomna Tescan Vega3
SB (Uexwusi), OCHAIIIEHHOTO MHPHCTABKOH C SHEPTO-
IVCIIEPCUOHHBIM PEHTTEHOBCKUM H3IydeHueM. J|ada
HCCJIEIOBAHUS IOIIEPEYHOr0 CeYEHUS OKPBITHI 00-
pasubl cHavajga 3aJMBaIN SIOKCHUIHOM CMOJIOH, a
sareMm mumudoBanu. /1 OKOHYATEIHLHOU IIOIUPOB-
KU WCIIOJIb30BANN CIIPEH, COMEpIKAIIUi aiMa3Hble
YaCTHUIIBI pasMepoM 1 MEM.

®azoBbBIM COCTAaB MOKPBITHH OIPENEIAIN METO-
IIOM PEHTreHO0(a30BOro aHaINu3a C UCI0Jb30BaAHUEM
nudpaxromerpa Bruker D8 Advance (CuKa-usimy-
YeHue, HUKEeJIEBBIH (PUIbTP, AUANA30H CKAHHUPOBA-
Hua — 10 — 80°, mar — 0,02°, BpeMa BBIIEPIKKH —
2 c).

W3HOCOCTOMKOCTD M3y4Yaau C MOMOIIBI0 OCITHII-
ssimorHoro Tpudorecrepa Tribotec AB (panmus).
B kauecTBe mapTHepa CTATHYECKOTO TPEHHSI IIPH
CyXOM CKOJIBKEHWH HCII0Jbh30BAJICA CTAIbHOM IIa-
puk (cramxp mapku AISI 52100, nuamerp — 6 mMm).
Bo Bpems ucnbITaHus HA W3HOC TEMIEPATYPY U OT-
HOCHTEJBHYI0 BIIQJKHOCTH B KaMepe TpuboTecrepa
noanep:kuBanu Ha yposHe 25 = 2 °C u 40 = 2 % co-
orBercTBeHHO. [Ipunaraembie Harpy3Ku BapbUpPOBa-
au ot 1 no 9 H B 3aBuCHMOCTH OT HCCIIELyeMOro 06-
pasta, 9To0BI OMPeIeTUuTh MAKCUMATIbHOE 3HAYCHHE
HaTPy3KH, MPU KOTOPOM IIOKPBHITHE HUCTHUPAETCSI 0
OCHOBaHWA ciuiaBa. g Kakaoro MUCUBITAHUSA WC-
IOTHb30BAJI HOBBIM CTAJIBHOU IIAPUK, KOTOPBIU
MIPeBAPUTENHHO OYHUIIAIH STUIOBBIM CIHPTOM OT
BO3MOJKHBIX 3arpsA3HEHUH U CYIIWIHN CKATHIM BO3-
nyxom. Tpuborecrep paboran B KomedaTeIbHOM pe-
skuMe (aMIDIUTyAa KOJIeOaHWi CTAJIBHOIO IIApUKA
(OmMH IIyTh CYyXOTO CKOIBKEHMUS 110 TIOBEPXHOCTH) —

10 MM, cropocTh crosbkenus — 5 mm/c) [20]. Bpe-
Ms MCHOBITAHUA I KAKIOTO OIBITA COCTABJIAIO
2400 ¢, 9TO COOTBETCTBOBAJIIO 12 M IIyTH CKOJIbKe-
uua mapuka (ASTM G 133-02). Tuamerp mcrupa-
HUS CTAJbHBIX IIIAPUKOB U IIUPHHY TPEKOB HCTHUPA-
HUS HA TOKPBITUY OMPEIeJIAIN C TIOMOIIBIO OIITHIe-
croro Mmugpockora (X40). Ilonydennbie qanHbIe UC-
MIOJTB30BAJIH [JII pacyera CKOPOCTH HM3HOCA HapTHe-
pa CTaTUYECKOTO TPEHUS C IIOMOIIBI0 IIPOTPAMMHOTO
obecreuenus ajia TpuboTecTepa.

OO6cy:xneHue pesyabrTaTOB

I[I90-06paboTKy IPOBOAMIM IIPH IIOCTOSHHOM
mrotHOCTH TOKa 50 MA/cMm2. B jaHHBIX yClmoBHAX C
POCTOM TOJIIHUHBI TOKPBITHSA YBEIUUNBAETCA HATIPS-
seHue okcuaupoBanus. Ha puc. 2 npuBeneHb! 3aBu-
CHUMOCTH HANPSIKEHUS OKCUIUPOBAHUA U TOJIIHUHBI
MOKpbITHi oT Bpemenu 1190-06paborku B 6a30BOM
dochaTHOM SIIEKTPOIUTE U B SJIIEKTPOIHUTE C H00aB-
koit 20 r/m h-BN.

ITo Bugy u xapakTepy BOSHUKAOIINX MUKPOPA3-
PAIOB HA MMOBEPXHOCTH OKCHIUPYEMOTO MATHUEBOTO
cruraBa Bo Bpema I190-00paboTKn MOKHO BBIIEIUTD
ClIefyIolAe CTagvi (POPMUPOBAHUS KOMIIO3UTHOTO
moKpbeITuA (cM. puc. 2): I — cragusa o6bMHOTO aHO-
IUPOBAHUA C PE3KUM POCTOM B3HAYEHWUs HAIpPSI-
JKeHUA U (POPMHPOBAHHEM HAYAIBHOTO ILIOTHOTO
OKCHIHOTO CJ0d 6GapbepHOT0 THIIA TOJIIWHOM
1 - 2 mEMm; II — mosBIeHHEe CBEYEHHUS U OYeHb MeJ-
KOTO HCKPEHWsS Ha IOBEPXHOCTH (BpeMs TOPEHUS
HCKp Ompenesserca HeCKOJbKUMU MUIIUCEKYH/Ia-
mu); III — HexoTopble HCKPBI IpeodpasyoTes B 60-
jlee KpyIMHbIE MHUKPOPaspAabl 6eI0ro ImBera, Mpu
9TOM HaOJIIOIAI0TCI W MeNKHe HUCKpPhI; IV — kpyn-
HbIe MHUKPOPA3PSAIbI 0eI0TO I[BeTa CTAHOBATCS KeJI-
ThIMH; V — JKEIThIE MEKPOPAa3PsaIbl IPeobpasyorcs
B JOJITO TopsAIfue (B TeUYeHHe HECKOJIbKUX CEKYH])
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Puc. 2. 3asucumocTu HanpsxeHus (@) U TOIIIUHEI IOKPHITUS (6) OT BpeMEHHU OKCHAUPOBAHUS B SJIeKTpoIuTe ¢ nobaskoi 20 r/x
HaHOKpHUCcTaTndeckoro mopoiika h-BN (1) u B 6aszoBoM ocharaoM serrposure 6e3 qobasku (2)

Fig. 2. Dependences of the voltage (a) and the coating thickness (b) on the oxidation time in the electrolyte with the addition
of 20 g/liter of h-BN nanocrystalline powder (1) and in the base phosphate electrolyte without any additive (2)

Puc. 3. Mopdomorusa mosepxuoctu [190-mokpeITHii, moiy-
JeHHBIX 0e3 (a, 8, 0) u ¢ mobaskou h-BN (6, 2, e) mpu Bpemenn
II90-06pabdorku 1 (a, 6), 10 (8, 2) u 20 muH (0, )

Fig. 3. Surface morphology of PEO coatings produced
without (a, ¢, e) and with h-BN addition (b, d, /) at a differ-
ent duration of PEO treatment 1 (a, b), 10 (¢, d), and 20 min
(e,

HAa OJHOM MeCTe€ MUKPOAYTH, IIPH 3TOM KOJUYECTBO
MEJIKUX MUKPOPa3PSAI0B PE3KO YMEHBIIIAETCS.

3ameTrM, YTO XapakTep W PesKuMbI HAOI0Iae-
MBIX MHKPOPAaspsmoB, KAk B 0asoBoM ocdaTaom
DJIEKTPOJIUTE, TAK U B DJIEKTPOJIUTE ¢ M00ABKOM Ha-
HOKpucTaandeckux gactuil h-BN, unenTuynb.

Ha puc. 3 mpezncrasiesn! o0muil Bug MopgoIIo-
MU TOBEPXHOCTH U Pa3MepHI ITOpP B HOKPBITHUIX, IO~
JIy4eHHBIX TPH PasHOM BPEMEHHU OKCHIUPOBAHUS.

Il moKpbITHiA, CDOPMUPOBAHHBIX B TeUeHHe 1 MUH
OKCHIHUPOBAHUSA, MMPAKTHIECKH HE HMEeTCH pPasJiu-
yuii B Mopdosoruu moBepxHocTH, pasmepe (0,5 -
2 MKM) B KojimyecTBe Iop. Pasnuunsa HabIomanoTes
npu 6osiee mnurenbHoM Bpemenu [190-o6paborkw,
KOTZla CO3JAl0TCId YCIOBHUA [JIsi (POPMHPOBAHUS
6osiee KPYIHBIX MHUKPOPA3PAIOB, YTO IMPUBOIUT K
00pa3oBaHUI0 HEKOTOPBIX IIop auamerpoMm 5 — 10, a
B MecTax MUKPOIYT — 10 20 MEM. B mokpeITHSX, IT0-
JydeHHbIX ¢ mobaBkoii yactuii; h-BN npu Bpemenu
ob6paborku 10 u 20 MuUH, BU3yaIbHO BUIHBI BKIIOUE-
HUWS YaCTHII, KOTOPbIE He HA6JII0IA0TCA IJIS IOKPHI-
THH, IOIyYeHHBIX B 9JIEKTPOIUTE 6e3 T0OaBKH.

3aBucuMOCTH HampsikeHus or Bpemenu I190-
obpaborku (cM. puc. 2) mokasersaior, yro Ha [II u IV
CTamUAX OKCHUIUPOBAHUA JJIA DIEKTPOIUTA C 100aB-
koit yactur; h-BN sHauenus Hanps:keHuUs HEMHOTO
BBIIIIE. JTO MOKHO O0OBSICHUTH 00Jiee BHICOKUMU IH-
SJIEKTPUIECKUMH CBOMCTBAMHU (POPMHUPYEMOTO KOM-
MMO3UTHOTO TOKPBITUA BCJIECTBHE WHKOPIIOPHPOBA-
HUS TUSJIEKTPUIECKH HEUTPAIBHBIX YACTHUI[ HUTPH-
na 6opa B ero CTPYKTypy | IOphl. B Hauase oxcumgu-
poBaHUA KpPUBBIE 3aBUCHUMOCTEH COBIIAMAIOT, IIO-
CKOJIbKY HA CTaIuU | IIPOMCXOIUT TOJBKO 00BIYHOE
amomupoBaHue, a Ha craguu 1l BO3HHMKAIOT MUKpPO-
paspaabl TOJBKO MAaJOW BEIWYWHBI, YTO HE IT03BO-
JISeT WHTEHCHBHO BOBJIEKATb YACTHI[BI HUTPUIA
6opa B cTPYKTYpy MoKpbITuA. Ha mociaemxueit cragmu
V, Korma TMOABJAIOTCSA MOJITO TOPAIIHE MHKPOAYTH,
OCHOBHOM TOK IIPOXOJUT Yepe3 HUX, U 3aBUCHUMOCTHU
HAIPKEHUs OT BpeMEeHHU CHOBA IMPAKTHYECKH He OT-
JIAYAIOTCS 1A 000MX BJIeKTPoauToB. [Ipm sTom Ko-
JINYECTBO MUKPOPA3PANA0B CHH:KAETCA B HECKOJBKO
pas, a MesnKue 6esible UCKPBI TTOJHOCTHIO HCYE3al0T.

Hanuune 6GombIINX MUKPOLYT HPUBOAUT K JIO-
KaJbHOMY PAa3PYIIEHHUI0 OKCHIHO-KOMIIO3UTHOTO
CJIOA TIOKPBITHS, MO3TOMY HaubOjiee OINTHMAaIbHOE
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Puc. 4. Tlonepeunsie ceuenus [190-IOKPHITHIM, IOIYyYEeHHBIX B 6A30BOM JJIEKTPOAUTE (@) U B SIEKTPOIHTE ¢ H06aBKoi 20 1/

h-BN (6)

Fig. 4. Cross-sections of PEO coatings obtained in the base electrolyte (a) and in the electrolyte added with 20 g/liter h-BN (b)

BpeMsa OKCHUIWPOBAaHUA cocraBiageT b5 — 10 muH,
KOT[]a MPOUCXOJUT AaKTHUBHOE HHKOPIOPHPOBAHUE
gactur; h-BN B crpykrypy mokpseitusa. [Ipu sTom
CKOPOCTH pOCTa KOMIIO3UTHOTO IIOKPBITHSI 3aMeJId-
ercd Kak W3-3a JUDJIEKTPUYECKUX CBOMCTB CAMHX
gactun h-BN, Tak u 3a cuer yMeHbBIIIEHHA OTKPBITOH
IIOPUCTOCTH.

Huropnopuposanue yacrur] h-BN B cTpyrTypy
KOMIIO3UTHOTO IOKPBITHS IIPOUCXOIUT IO HHEPT-
HOMY MEXaHW3MY, KOT/Ia HIPUJIUIIIIHE YaCTHUIIhI I10-
CTEIIeHHO O0BOJIAKUBAIOTCI (DOPMUPYEMBIM OKCH-
HO-pocpaTHbIM ciioeMm [2]. B ciyuae peakTuBHOTrO
MexaHu3Ma HaOIAAeTCs B3aUMOJEHCTBUE YACTHI]
C KOMIIOHEHTAMHU ITOJJIOXKKH U DIIEKTPOINUTA ¢ 06pa-
30BaHMEM HOBBIX KPHUCTAJUIMIECKUX (has, IpU 3TOM
BHUJ MUKPOPA3pPAN0B BO BpeM:A OKCHUAMPOBAHUI Me-
userca [17]. Penrrenodasoserii anamuns B 060uX
caydyasax Tmokasan TUnwdHbid anda [190-mokperTuin
(bas3oBbIil COCTAB M3 KPUCTAIINYECKUX CTPYKTYP
MgO u Mgs(PO,),. Bemencrsue majsioro pasmepa
gactuil h-BN u ux uHEepTHOrO BHEIPEHUS B IOPHUC-
TYIO CTPYKTYPY OKCHIHOTO CJIOS OHU He O0HApYIKU-
BAIOTCA B BHJE KPUCTAJIMYECKUX (a3 U ABIAIOTCH
PEeHTreHO0aMOP(HBIMH.

Ha pwuc. 4 mpuBemeHB! IIONepedYHbIE CEUEHU
KOMIIOBUTHBIX IIOKPBITHM, IIOJIyYEHHBIX IIOCJIE
10 mun [I190-06paboTKy B CTAHZAPTHOM SJIEKTPOJIH-
Te u ¢ pgobasiaenueMm dactuil h-BN. Buano, uro mo-
KPBITHSA 10 TOJIIHHE MOKHO PasmeNuTh Ha JBe 00-
JIACTH, COCTOSAIIVE M3 OCHOBHOTO IIOKPBITHSI U Tpa-
HHUYAIIETO C METAIINIEeCKOH ITOJIOKKON IIJIOTHOTO
IIOTPAHUYHOTO CJIOA TONIIUHON OKojio 1 — 2 mMeM. B
CTPYKType OCHOBHOTO IIOKPBITHA B 00OMX CIIydasx
HAOII0A0TCA XapaKTepHble TOPU3OHTAIBHBIE U
chepruyecKkre TOPHI U KAHAJBI, OCTABIIINECST B MecC-
TaxX MOCHeTHUX IPoO0eB UCKPOBBIX paspaAmoB. Toi-
I[MHA TIOKPBHITUH HEPaBHOMEPHA, YTO 00YCIOBIEHO
MexaHusMoM obpasoBanus [19O-moOKpbITHIl TyTEM
IIOCJIeIOBATEILHOTO BO3HUKHOBEHHSI MHUKPOpaspd-
IIOB C TOCJIEIYIOUUM OIIABIEHHEM IPOAYKTOB IIO-
Clle UX 3aTyXaHud.

CoracHo MaHHBIM 3HEPTOAMCIIEPCHOHHOTO aHa-
auza (EDS), momyueHHbIe IIOKPBITHA COZEPKAT

60.0K ~

30.0K =

40.0K |
20.0K

20064 10,0 —

E, xsB 1 2 E, xsB

Puc. 5. EDS-crnexrpsr s [T3O-mmokpbITH, MOIyYEeHHBIX B
Teuenrie 10 MuH B 6230BOM dJIEKTpOIUTE (@) ¥ B DIIEKTPOIATE
¢ nobaskoii 20 r/1 h-BN (6)

Fig. 5. EDS spectra for PEO coatings obtained within 10
min in the base electrolyte (a) and in the electrolyte added
with 20 g/liter h-BN ()

9JIEMEHTHI CIUIABA W KOMIIOHEHTOB B3JI€KTPOJIUTA
(Mg, Al, O, P, Si, K, Na) (puc. 5). O comep:xauunu B
MoKpbITuAX 4yacTull h-BN MoxHO cyauTb 1mo Ha-
auunio aszora. Tak, B IOKPBITHAX, MOJYyYEHHBIX B
000MX 3IEKTPOSHUTAX, (POHOBOE COmep:KaHue asora
cocTaBisio <2 u oT 6 (5 MUH OKCHIHUPOBAHWSI) 0
10 % mace. (20 MUH OKCUIUPOBAHUA) COOTBETCTBEH-
Ho. Ilpw sTOM [ IOKPBITHH, CPOPMHPOBAHHBIX
B rTeuenwe 1wmuH IID0-06paboTku, comepsraHue
a3oTa B MOKPBITHUAX, KAK B 0A30BOM 3JIEKTPOJIHTE,
TaK ¥ DIIEKTPOJUTE C N00ABKOU, NMPAKTHYECKH He
OTJIHYAJIOCH.

IIpu Gosbliltem yBenuueHUN HA TIOBEPXHOCTH I10-
KPBITUS IIPOCIEKUBAIOTCA HHKOPIIOPHPOBAHHBIE
vactuilbl (puc. 6). JIOKATbHBIN IEeMEHTHBIN aHAIN3
[0 OTHEIbHBIM Haubojiee KPYIHBIM (0OKOJIO 5 MEKM)
YaCTHUIIAM II0Ka3ajl COJAep:KaHue a3ora B Hux 49 —
56 % macc. YuurniBasd, uTo Ha MoieKyiay BN mo mac-
ce npuxoxurcd 43,5 % aromoB B u 56,5 % aromos
N, Mo:kHO TOBOPHUTH, uTO uactuilbl BN He mperep-
eI XUMHUYIECKOT0 ITpeobpasoBaHuA M HAXOIATCI B
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Puc. 6. II30-niokpeiTHe, momyuenHoe B Tedenwe 10 MuH
II90-06paboTku, ¢ HHKOPIOPHPOBaHHBIMY YacTuiamu h-BN
(a) u EDS-criexTp 7151 TOBEPXHOCTH STOTO IOKPHITH (6)

Fig. 6. PEO coating obtained during 10 min of PEO treat-
ment with incorporated h-BN particles (a) and EDS spec-
trum for the surface of this coating (b)

cTpykType KommosuTHOro [I9O-mokphiTHS B BHIE
BKJIIOYEHUH.

Hna ompeneneHus MaKCUMAIBHOM HArpy3KH,
HEe0OXOMUMOM [JI1 WCTUPAHHUSA MOKPBITHH [0 IIO-
BEPXHOCTH MATHHEBOTO CILJIABA, IMPOBOMWIN CPaB-
HUTEJIbHOE UCCIIe0BAHNE UX U3HOCOCTOUKOCTH IIPH
WCTUPAHUHU CTAJIbHBIM MIapUKOM. MaKcuMaabHYI0
HATPy3Ky, KOTOPYIO BBIIEPKHUBAET IPH HCTHPAHUU
MIOKPBITHE, OIPENESIIA IIyTeM IIOCTEIIEHHOTO YBe-
JIMYEHUA HATPY3KH HA CTAIBHOH Iapuk [16].

Ha puc. 7 gna 1I90-nokpbiTrs, TOIYIEHHOTO B
Teuerue 10 MuH B 3yeKTposmTe € q00aBIEeHHEM
HaHOKpHCTa/IHIeckoro mopoinka h-BN, moxasan
THUIITNYHBIA BHUJ TPEKOB UCTHUPAHUA HA IIOKPBITHU U
MMOBEPXHOCTH CTAJIHHOTO IIAPUKA HPH PA3TIHIHBIX
Harpyskax. Buguo, yro II9O-mokpeiTve mpu Ha-
rpy3ke 5 H He mporepnoch, 1 Ha ero mMOBEPXHOCTH
BHUIHBI a6paSI/IBHI)Ie OTJIOKEHHA OT CTAJABbHOIO IIIa-
puka (OKWCIEHHBIE TPOAYKTHI :Kesnesa). [lpu mams-
HeHIlleM yBeauueHnu Harpy3ku no 7 H nporeprocts

a

Tak:Ke He HAOIIOIAEeTCsa, OMHAKO B [IEHTPEe TPeKa uc-
THPAHHUS IIPOCIEKUBAETCI XapakTepHoe yriybJe-
HUFE, 9YTO CBHUIETEIbCTBYET O YACTHYHOM HUCTHUPAHUU
nokpeiTuA. [Ipu 9 H Tpex mctupanusa moxasbIBaerT,
yro [I90-nokpbiTHE HE BHIAEPKUBAET HATPY3KH —
[IapUK HAYMHAET HMCTHUPATh YiKe CcaMO OCHOBAaHUE
Mar"reBoro civiasa. Ilpu sTom yacTuisl paspyiieH-
HOTO MOKPBITHS MOMNALAIOT B 00JIACTh WCTHPAHUS
[apuKa O IMOBEPXHOCTh IOKPBITHS, YTO CKa3bIBa-
erci Ha HEPAaBHOMEPHOCTH WCTHPAHHUSA CTAIBHOTO
[IapHuKa.

CpaBHHUTEIBbHOE HCILITAHWE MAarHUeBOrO CILIA-
Ba 6Ge3 IIOO-MOKpPBITHA IOKA3aJI0, YTO CTAJIbHOMN
mIapuK Ha4YWHaeT HHTEHCUBHO HCTHPATh IIOBEPX-
HOCTh NP MHUHHMAaIbLHOM Harpyske B 1 H, o6pasy-
ercd IIy0OKasa Kojes, YTO IIPUBOIUAT K aBTOMATHYE-
CKOM OCTAHOBKE UCIIBITAHUS.

B Tabuile mpuBeneHbI Pe3yIbTAThl HCIIBITAHWH
HA M3HOCOCTOMKOCTH IMOKPBITHH, MOJIYIEHHBIX C JI0-
6aBiIeHreM HAHOKPUCTALINIECKOTO mopoIika h-BN,
C yKa3aHHEM MaKCHUMAaJbHBIX HAarpy30K B 3aBUCH-
MOCTH OT BPEMEHH OKCHIWPOBAHWSI, MIPHU KOTOPHIX
MOKPBITHSA HE UCTUPAUCH [0 OCHOBAHUS MATHUEBO-
ro ciaBa. 711 cpaBHEHUs IPUBEIEHBI JaHHbIE I
MMOKPBITHH, IOAYyYEHHBIX B 0a30BOM JJIEKTPOJIHTE
6e3 mo6asku h-BN, KoTopble mIpy Takux :Ke HATPYa3-
Kax IMPOTHPAJIUCH JI0 OCHOBAHUS CIUIaBa. BhIaBuiwy,
YTO IPH BCEX MEPHUOIaX OKCHIUPOBAHMSI pacueTHas
CKOPOCTh H3HOCA MapTHepa CTATHYECKOTO TPEHUS
s II90-mokperTHi ¢ odaskoit h-BN menbiie, uem
IUI TIOKPBITHE, IIOIyYeHHBIX B (GA30BOM BIIEKTPO-
aure. [Ipu pacuerax ucIoab30BaIN 3HAYEHUS IIIH-
PUHBI TpeKa WCTUPAHHUSA U AUaMeTpa WCTHPAHU
cranbHoro mapuka. O mydmieidr M3HOCOCTOMKOCTH
CBHJIETEILCTBYET TaK:ke K03((PUIIHMEHT TPeHus, KO-
TOPBIH 3HAYUTENBHO 6oJbIie s [TOO-moKpbITHii C
no6askoit h-BN. Ormerum, uro KosdpduriuenT Tpe-
HUAS — JOTOJTHUTEIbHAST XapPAKTEePUCTHKA H3HOCO-
croiikoctu. ITo ero usMeHeHHIO MOKHO CYyZHUTH O Ha-
yajie UCTUPAHWS WU Pa3pyIIeHuN TOKPBITHS.

Ha pric. 8 mpeacrasienbl 3aBHCHAMOCTH K03 DH-
OUeHTa TPEHUA OT BPEMEHH HCTHUPAHHUA CTAJIBHOTO
HIapuKa AJ8 IOKPBITHH, MOMYyYeHHBIX IIPU pasind-

8

Puc. 7. Tpexku ucrupanus ua [T9O-MOKPHITUHA ¥ TOBEPXHOCTH CTAILHOTO IIAPUKA II0CJE IIPOBEIEHUs TecTa HAa M3HOCOCTOM-

KOCTh 1Ipu Harpyskax 5 (a), 7 (6) u 9 H (s)

Fig. 7. Abrasion tracks on the PEO coating and the surface of the steel ball after the wear resistance test at different loads 5

(@), 7 (b),and 9 N (c)
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Puc. 8. 3asucumoctu Ko3(pduienTa TpeHnus 0T BPEMEHH WCTUPAHUS CTAIBHOIO LIAPHUKA JUIS OKPBITHI, HIOILYyYeHHbBIX IPU
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h-BN

Fig. 8. Dependences of the friction coefficient on the abrasion time of a steel ball for coatings obtained at a PEO treatment
time of 5 (@), 10 (b), and 20 min (c) in electrolytes with and without the addition of h-BN nanocrystalline powder

HOoM BpemeHu [190-00paboTKM B 3JIEKTPOIUTAX C
m00aBKOi ¥ 0e3 HAHOKPHUCTAJLIMYECKOTO ITOPOIIKA
h-BN. Bugno, 4yTo HA HAYaILHOM dTalle UCTUPAHMUS
MMOKPBITHSA W CTATBHOTO MIAPUKA MPOTEKAIOT PABHO-
mepHo. [locie ompemeneHHOro IpPoOMeExKyTKa Bpeme-
uu (1445, 850 u 1400 ¢ npu Harpyskax 6, 7u 9 H co-
OTBETCTBEHHO) HAOIIOMAIOTCI XapaKTepHbe (IyK-
Tyanuu B 3aBUCUMOCTSX, KOTOPbIE 00YCIOBIEHBI TI0-
MajlaHieM B 30HY UCTHPAHUS YACTHUI[ OT PaspylleH-
HOTO BEPXHETrO CJIOS HKCIBITYeMOTO IMOKPBITHSI, HO
IIpH BTOM TOKPbITHA ¢ H006aBKo# h-BN Bhiep:xusa-
IOT YCTAHOBJIEHHBIE HATPY3KH ¥ IO OCHOBAHWS CILIa-
Ba He mporupariorca. B cayuae [190-mokperTuii, mmo-
JIy4EeHHBIX B 0a30BOM DJIEKTPOJINTE, IIPU TeX JKe Ha-
rpyskax mocie 38 — 90 ¢ (B 3aBHCHMOCTH OT BpeMe-
HU OKCUAMPOBAHUS) TOKPBITUS PA3PYIIAIOTCA 10 OC-
HOBaHWS CIUIABA, ¥ B3aBUCHMOCTH II0KA3bIBAIOT
WMCTHUPAHWE CTATBHOTO IIapuKa O IMOBEPXHOCTH MAar-
HHUEBOTO CIIaBa.

Mo:iHO yTBEp:KIaTh, 4TO C YBeIHUEeHHEeM BpeMe-
Hu [190-06paboTKH H3HOCOCTOMKOCTDH ITOKPBITHIH
MOBBIIIAETCA. ITO IOATBEPIKAAETCI HEOOXOIMMO-
CTBI0 IPHJIOKEeHus 0ojiee BHICOKOM Harpysku (6 H
miast 5vun, 7TH gms 10 m 9 H ga 20 mua 1190-06-
paboTKM) I WCTUPAHMSA ITOKPBLITHSI C YACTHIAMHU

h-BN. Usvenenns KosuririenTa TpeHus MOKas3bl-
BamoT, 4T0 1IO0-I0KpBITHS, ITOIy4eHHbIE B 6a30BOM
AJIEKTPOJIUTE, TIPU TeX Ke Harpy3Kax paspyIiaiTcs
yixe gepes 38 — 90 c. Caemosarenbuo, I190-moKpHI-
THSI C MHKOpIIOpHpoBaHHbIMu dacturiamu h-BN cy-
II[ECTBEHHO [OTOJHUTEIbHO IIOBBIMIAIOT H3HOCO-
CTOMKOCTB CILIaBa.

3axJaroueHue

Takum 06pasoM, HPOBeJEHHbIE HCCIETOBAHUS
MIOJIyYeHHBIX HA ITOBEPXHOCTH MATHHUEBOTO CILIABA
AZ31 xommosutHbIX [I90-OKPBITHI ¢ HHKOPIIOPH-
POBAHHBIMY B X CTPYKTYPY HAHOKPHUCTAIIMIECKHU-
mu gactunamu h-BN mokasamnu, 4To 4acTHUIBI HUT-
puma 6opa BcTpamBamTCI B POPMHPYyEMOe IIOKPHI-
THE 110 WHEPTHOMY MEXaHU3MYy, T.e. 0€3 U3MEeHEeHUs
(hasoBoro cocraBa ¥ 3IEKTPUYECKUX IIAPaMETPOB B
Tederue I190-06paboTKu. OTO IIOATBEPIKIAETCS
OJHOTHIIHBIM COAEP:KAHUEM KPHUCTALIMIECKUX a3z
u3 MgO u Mg;(PO,),, Mopdomorueii moBEPXHOCTH
¥ BUAOM HAGII0[aeMbIX MHUKPOPa3PAI0B BO BpEMs
OKCHUAMPOBaHUA. HHKOPIOPHUPOBAHHBIE YACTHUIIBI
h-BN 1m03BOmAI0T 3HAYNUTEIHLHO MOBBICUTH HU3HOCO-
CTOMKOCTh MarHueBoro ciuraBa u I190-moKpbeITHIL,

ITapameTps! ucnbITaHKA Ha H3HOC IIPY MaKCUMAaNlbHBIX HArpys3kax qad [190-mokpeITHit

Wear test parameters at maximum loads for PEO coatings

Bpemn Cpemmuit Cpennssa KoaspdurmenT ucrupanus CropocTb u3Hoca

Harpys- IraMeTp [IMpUHA mmapTHepa CTaTH-

Obpasen ?30_061)& ka, H WCTHpaHWs  TpeKa UCTHU- f— MaKC cpemee YECKOTO TPEHWs,

OTKH, MUH mapa, MEM ~ paHHsd, MKM mm3/(H - M)

I190 5 6 1007,2 1098,1 0,250 0,669 0,331 2,3589 - 104
1190 + h-BN 856,7 945,6 0,247 0,617 0,498 1,2341 - 10+
1150 10 7 1237,0 1085,4 0,124 0,715 0,407 4,6253 - 104
1190 + h-BN 989,3 925,2 0,293 0,631 0,506 1,8806 - 104
1150 20 9 1275,0 11154 0,109 0,680 0,398 3,6582 - 104
1190 + h-BN 827,0 809,1 0,267 0,633 0,549 1,2889 - 10
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MMOJIyYEHHBIX HA II0BEPXHOCTH CILIaBa B 0asoBOM
anexrpoaute. CHHTE3 KOMIIO3UTHBIX IOKPBITHH Ha
MaArHueBOM CILJIaBe JaeT BO3SMOHOCTDh SHAYUTEJIBbHO
pacIIupPUTh 061aCTH IPUMEHEHN MATHUEBIX CILIA-
BoB. Briaromapsa BhICOKOM M3HOCOCTOMKOCTH IIpeia-
raeMbl€ IIOKPBITHUA MOTYT IIPUMEHATHCA, HAIIpUMeEDP,
B TPAHCIOPTHOM OTPACIH IPH HPOU3BOJCTBE JeTa-
JIell W3 MarHueBbIX CILIABOB, IOIBEPTAIOIUXCA Ha-
Tpy3KaM Ha UCTUPAHUE.

dunaHCcupoBaHUE

Pabora BeimosHeHa Ipy (PUHAHCOBOU IOIIEPIK-
ke Benopyccrkoro pecrmyb6imukanckoro dgouna gpyuma-
MeHTaIbHbBIX uccnegoBanuii (mpoext Ne T22KH-030)
¥ B paMKax rOCyJIapCTBEHHOH IIPOrpaMMbl HAYYHBIX
uccnenosanmi Ha 2021 — 2025 rr. «Marepuanosese-
HUe, HOBbIE MATEPUANIbI U TEXHOJOTHH», MOIIIPO-
rpammbl  «HaHOCTpYKTypHBIE MaTepwabl, HAHO-
TexHosoruu, HaHoTexHuKa («HaHocTpykTypar)»,
samanus 2.4.2 «McememoBanue mpoiieccoB popMupo-
BaHUA W XAPAKTEPUCTUK MOKPBITHH, MMOIyYeHHBIX
METO/IOM IIJIA3MEHHO-DJIEKTPOIUTHIECKOTO OKCHU-
pOBaHUs C HAHOCTPYKTYPAMU» U «XHUMHUYECKHE IIPO-
IIeCChI, PEATEeHThI ¥ TEXHOJIOTUH, OMOPEryISTOPhI U
ouooprxumusi», saganua 2.1.06.03 «MomerynapHbie
CHUTA HA OCHOBE METaCTAOWIBHBIX OKCHIOB JIJI HC-
MMOJIb30BAHUS B KATAJIN3e, HAHOKAIICYJIUPOBAHUH, a
TaKKe IJI CO3JaHUd CHCTEM — XUMHYECKHX Iero,
(PYHKIIMOHUPYIOIHX 110 MEXAHU3MY OTPUIATEeIbHON
00paTHOU CBI3H».
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HeT KOH(JINKTA HHTEPECOoB.
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OIIPEAEJIEHUE XAPARTEPUCTHR ITIOPUCTOCTH
IIMKHOMETPUYECKUMH METOJJAMMAX

© Anekcein bopucosnuy AukyamHoBl*, Muxann UBanoBua AabimoBl2,
Bukrop Anexkcanaposuu 3eaeHckuiil, Poman /[ImurpueBnu Ramycrun?,
Anexcanap ErrenneBuu Crrues?, Bagum Cepreesuu Illycros!

I MucruTyT MeTa/iypruu u Mmatepuanosenenus umenu A. A. Baiikosa PAH, Poccust, 119334, Mocksa, Jlenunckuii np-r, 1. 49;
*e-mail: a-58@bk.ru

2 WHCTUTYT CTPYKTYPHOM MAKPOKUHETHUKH U IIpobiiem marepuanosenenus umenn A. I'. Mep:xanosa PAH, Poccus, 142432, Moc-
KoBcKas 00u1., T. Yepuorososka, yia. Akagemuka Ocumbsina, 1. 8.

Cmamus nocmynuaa 19 anpeas 2023 2. Ilocmynunaa nocae dopabomru 11 mas 2023 2.
Ipunama k nybaukayuu 21 aszycma 2023 e.

C moMoIIbi0 MHKHOMETPHYECKUX METO/0OB HCCIEOBAHUS IIOPHCTOM CTPYKTYPBHI TBEPABIX TEI,
OCHOBAaHHBIX Ha U3MEPEHUH IJIOTHOCTH, ITOJIy4aloT JaHHbIE O PACIIPEIeTIeHNH IIOP 110 pasMepaM.
B pa6ote npescraBieHbl pe3yabTaThl ONPENETeHN OTKPHITOH IIOPUCTOCTH METOAMH B3BEIIH-
BaHMUA CyXOTo 00pasna ¢ IOCIeyoINM BAaKyyMIPOBAHUEM U HACKHIIIEHUEM [HUCTUILIHNPOBAHHOMN
BOJIOH IIpy aTMOCEPHOM JABIEHHH, IIPOIUTKN BOIOM O] IABIEHHEM C IPHMEHEHUEM THUIPO-
crara u pryTHOH nmopomerpuu. McemenoBamu 06pasiibl IOPHUCTOr0 HUKEIA, IIOIyIeHHbIE 110 II0-
POIIIKOBO TEXHOJIOTHH CIIEKAHHEM IIPECCOBOK U3 CMeceil HaHOIIOPOIITKA HUKEJIS C IIOPOIIIKOM I10-
poobpasoBarena — 6ukapbonara amvmonus NH,HCO;, 06pemubIe 1011 KOTOPHIX cocTaBaanu 80
u 20 % cooTBeTcTBeHHO. VCII0/1b30BaIIH IOPOIIKOBBII ITI0PO0OPA30BATENb C AUCIEPCHOCTAMY Ya-
crur 63 — 125, 140 — 200 u 250 — 315 MuM. {719 Tpex MCIONb3yeMbIX METOJIOB OIIpeieIeH I OT-
KPBITO ITIOPHCTOCTH IIPOBEEHA TEOPETHIeCcKasd OIleHKA pa3Mepa Iop, AOCTYIIHBIX I ITPOHHUK-
HOBEHHS IIPOIMUTHIBAIOIIEH KUAK0CTH. IoKasaHo, 94TO Ipy HACKHIIIEHUH BOJOH II0CIIEe BAKyyMHU-
POBaHUSA KHUIKOCTb MOKET IIPOHUKATH TOJIBKO B IIOPBI, pasMep KOTOpbix Goree 3 mrM. Kpome
TOTO, B CIIy4ae IMOPHUCTHIX CTPYKTYP C GONBIIOHN /[07IeH CyOMUKPOHHBIX ITOP IIPOMCXOIHUT CYIIeCT-
BEHHOE 3aHIKEHHe TeUCTBUTENbHBIX 3HAYEHNH OTKPHITOM IIOPHUCTOCTH IIPY IIPUMEHEHUN METO-
Jia HACBIIIEHUs AUCTU/UIMPOBAHHON BOJOH IIOCTIe BaKyyMHUPOBAHUA. SaHMKEHHE TeM 0OJIbIlle,
yeM 0OJIBIIIe JIOMIA MEJIKHX 0P B Marepuase. Pasauna sHaueHHE OTKPHITON IOPUCTOCTH, IIOJY-
YEHHBIX METOJaMH IIPOIIUTKHU BOJOU B THAPOCTaTe W PTYTHOH IIOPOMETPUU, HE3HAUYHUTEIHHA.
YcraHOBIEHO, YTO U3 TPEX PACCMOTPEHHBIX METOIOB OIIPee/IEHII OTKPHITOM IIOPHCTOCTH TOJIb-
KO MeTo]] HACBIIIIeHNA AUCTHIININPOBAHHOM BOJOH II0CIEe BAaKYyMHUPOBAHUA HE MOKET HCIIOIb30-
BaThCA IIPH aHAIM3e CTPYKTYP C CyOMHKPOHHBIME IopaMmu. IloiydeHHBIE pe3ynbTaThl MOTYT
OBITH UCIIOIH30BAHBI LI PAa3pabOTKH IOPUCTHIX (DyHKITMOHATBHBIX MATEPHUATIOB 1 U3JIeIUH C 3a-
JAHHOU CTPYKTYPOU IIOPUCTOCTH.

KaroueBsbIe cIoBa: MOPHUCTOCTD; IOPUCTAs CTPYKTYPA; PACIIPEeeIeHre TIop 110 pa3Mepam; OT-
KpPBITad IIOPUCTOCTDH; 3aKPhITAA IIOPUCTOCTD, INIOTHOCTH; HUKEJIb.

DETERMINATION OF THE POROSITY CHARACTERISTICS
BY PYCNOMETRIC METHODS
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Data on pore size distribution in solids are obtained by pycnometric density-based methods for measuring
the pore structure of materials. The results of measuring open porosity by weighing a dry sample followed
by evacuation and saturation with distilled water at atmospheric pressure, impregnation with water un-
der pressure using a hydrostat and mercury porosimetry are presented. The samples of porous nickel ob-
tained using powder technology by sintering of the compacts from mixtures of nickel nanopowder with
powder ammonium bicarbonate NH,HCOj; (a blowing agent), the volume fractions of which were 80 and
20%, respectively, were studied. A powder blowing agent with a particle size of 63 — 125, 140 — 200, and
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250 — 315 pm was used. A theoretical estimation of the pore size available for the penetration of the im-
pregnating liquid was carried out for three methods used for the determination of open porosity. It is
shown that upon water saturation after evacuation the liquid can penetrate only into pores larger than
3 pm. Moreover, in porous structures with a large fraction of submicron pores, the actual values of the
open porosity are significantly underestimated when using the method of saturation with distilled water
after evacuation. The higher the fraction of fine pores in the material, the lower the open porosity value.
The difference between the open porosity values determined by methods of water impregnation using a
hydrostat and mercury porosimetry was negligible. It has been established that among three considered
methods for measuring open porosity, only the method of saturation with distilled water after evacuation
cannot be used in analysis of structures with submicron pores. The results obtained can be used to develop
porous functional materials and products with a given porosity structure.

Keywords: porosity; porous structure; pore size distribution; open porosity; closed porosity; density;

nickel.

BBenenmne

IIpu opmupoBaHET MATEPHAIOB 13 MOPOIIKOB
MEeTOZ[aMH¥ ITOPOIITKOBOY METAIIyPTUH HUJIU C IPUMe-
HEHHEeM aJINTUBHBIX TEXHOJOTHH, TPU HATBLIEHUN
MOKPBITHH, B IIPOIIECCAX KPUCTAIU3AINN CIUTKOB,
KOHJIeHCAITUH, IIpH 1e)OpMaIlHOHHOM U PaTHAI[HOH-
HOM BO3JIEHCTBUSAX MOTYT 0O0OPA30BBIBATHCS IMOPHI,
HETATHUBHO BJIUAIOIINE HA IPOYHOCTH, MATHUTHEHIE,
ONITHYECKHE U [Pyrue (PU3MUIECKHe W IKCILIyaTallH-
OHHBIE CBOHCTBA MaTepHaloB W uamenaui [1 - 7].
XorTs croco0b! M3MepeHus IIOTHOCTH ¥ IIOPHCTOCTH
MaTepHUaIoB HEMPEPHIBHO COBEPIIEHCTBYIOTCH, Pas-
HbIE METOJIbI MOTYT JaBaTh PA3INYAIOIUECT Pe3yIhb-
TaThl OINPEIESeHUA CTPYKTYPHBIX IapamMeTpoB IIO-
poBoro mpocTpaHcTBa [8 — 18].

CrpyKTypa HOPHUCTHIX TEJ XapaKTepU3yeTcs Ta-
KUMH PasMepHO-TeOMETPHUIECKUMHU (PaKTOpaMHU, KaK
¢opma, pasMepbl, TPOCTPAHCTBEHHAS B3aMMOCBA3b
mop. Yacto 3amady onucaHus CIOKHBIX U MHOT000-
PaBHBIX MOPUCTHIX CHCTEM MOYKHO CBECTH K HAXOMK-
IEHHUIO XapaKTePUCTHK ITOPUCTOCTH, KOTOPHIE MOTYT
CILy’KUTDH OTIHUYUTENHHBIMHA MPU3HAKAMU TIPU HIEeH-
THU(PHUKAIIUN TIOPHUCTHIX MATEPHUAIOB M IaBaTh BO3-
MOKHOCTh WX KOJHMYECTBEHHOro cpaBHeHus. K oc-
HOBHBIM IIapaMeTpaM MOPUCTOH CTPYKTYPBI, KOTO-
pble yallle BCEro OKAa3bIBAIOTCH IOCTATOYHBIMHU I
pellieHus TPaKTUIEeCKUX 3a71a4, OTHOCATCH: OOIIHUi
00BeM TOp, 00BEMBI IIOP OTAEAbHBIX PA3HOBUIHO-
cTel, XapaKTepUCTUYIECKHEe pasMephl II0p, pacipe-
JleJleHne [op 10 pasMepaM, yaeldbHas MOBEPXHOCTH
mopoBoro mpocrpancrea. OTMeTuM, YTO maHHBIE O
pasmepax, popMe ¥ B3aMMOCBSI3H IIOP MOTYT OBITH
TIOJIy9EeHbI TOJHKO METOAOM HEIIOCPECTBEHHOTO Ha-
6mronenus. Bee qpyrue MeTonbl HCCIeI0BAHNS OCHO-
BaHbI HA MOJEIbHBIX IIPEICTABIEHUIX O CTPYKType
TIOPHUCTOTO TIpocTpancTea [19 — 21].

Pacnpenenenue nop mo pasmepam aHAIU3UPYIOT
C UCIIOJIb30BaHNEM MTUKHOMETPHUECKHUX METOIOB, OC-
HOBAHHBIX HA OIMpPEIEIeHHH IIOTHOCTH MaTepHAIA.
OauH u3 TaKMX MOIXOM0B — PTYTHAA ITOPOMETPUS
— 6asupyercsa Ha TOM, UTO JKHUIKOCTDb, HE CMAaYHUBAa0-
1asg TBEpPJOe TEeJI0, IIPOHUKAET B €Tr0 IOPBI TOJIBKO
IIPX BO3IEUCTBUH BHeIIHeTo JaBineHus. [lockombky
00bEM HMHTPY3HWH 3ATOIHAONIEH TOPBI JKUIKOCTH —

(byHKI[MS BHEIIHEro IABJIEHUS, 9TO II03BOJISET II0-
JIydaTh JaHHBIE 0 PACIPeIeIeHUH OP 0 pasMepaM.

3aMeTuM, 4TO € IIOMOII[bIO0 YIIPOIIIEHHOTO METo1a
SKUIKOCTHOM ITOPOMETPHH, MPEAIIOIATaI0Iero mpo-
MHUTKY IOPUCTOTO Teja BOJOM, HEBO3MOKHO HCCIIe-
IOBATH pacIpeeeHne Iop I0 pasMepaM, HO MOKHO
MOJIyYUTh YHMCIECHHbIE 3HAYEHUS OTKPBITOH, 3aKphI-
TOM u 001et moprucrocty Mmarepuasna. Criocob oTiau-
YaeTcs MPOCTOTOM U He TpebyeT MPUMEHEHUs T0POo-
rOCTOSIIEr0 060y IOBAHUS.

Ilenp paborel — ompereeHre XapaKTePUCTHK
IMOPUCTOCTH METOAAMHU B3BEIIMBAHUA CyXOro 0bpas-
11a ¢ MOC/IeAYIOIUM BaKyyMHPOBAHHEM U HACHIIIE-
HHEM JUCTHJUIHPOBAHHOUN BOIOH IIPH aTMOCHEPHOM
JABJIEHUH, TIPOIUTKH BOJOH II0]] [ABJIECHUEM C IIPHU-
MEHEHHeM THIPOCTaTa ¥ PTYTHOH IOPOMETPHH.

Marepuaabl, METOIHKA, 000PYIOBAHHE

Hccrenosanu mopucthbie 00pasiibl HUKEA, CUH-
Te3UpPOBAHHBIE METOJOM IIOPOIIKOBON MeTaJIyp-
run. llpuroraBmuBaauM IUXTHI — CMECH HAHO-
TIOPOIITKA HUKEJ A, N3TOTOBIEHHOTO METOIOM B3phIBa
DJIEKTPOIIPOBOJHUKOB, C IIOpooOpasoBareieM — Ou-
rapoonatrom ammonusa NH,HCO; (teoperuueckue
maoTHOCTH MaTepuanoB — 8,91 u 1,58 r/em?, o6beM-
Hble nonu — 80 u 20 % coorBercTBeHHO). Mcmonnso-
BaJIu MOPO0OPA30BATEND C JUCIIEPCHOCTAMH YaCTHI]
63 — 125, 140 -200 u 250 — 315 mm. OpgHOOCHOE
OIHOCTOPOHHEE IIPEeCCOBAHUE IIUXT IIPOBOIUIHN B
pasbeMHON MaTpulle € BHYTPEHHHM THAMETPOM
13,6 mm mmox maBinenuem 400 MITa. Criekanwue mpec-
COBAHHBIX 00PA3I[OB OCYIECTBIAIN B aproHe IIpU
temneparypax 800 u 900 °C mo crefymoliemMy pesxu-
my: "Harpes mo 100 °C sa 90 muH, nanee Harpes 10
TeMmeparyphbl crekanusd 3a 30 MUH, BhIIeP:KKA IPU
TeMIleparype CIekaHus B TeueHue 120 muH, najuee
oxJIaiKIeHue 10 KOMHATHOU TeMmepaTyphl. Harpes ¢
majioit cropocthio 10 100 °C Heobxommm myisd Men-
JIGHHOTO ynajieHus mopoobOpasoBarens. Macca cre-
YEeHHBIX 00Pa3IoB COCTABIIANA OKOJIO 5,3 T.

Ilonyuenublii IO 37IE€KTPOB3PHIBHON TEXHOIOTUH
HAHOTIOPOIIIOK HUKeNIA (CpeJHUH pasMep 4acTull —
68 uM) npencraBieH Ha puc. 1. BugHo, yTo Hapsagy ¢
MeIbUaHIINMH HAHOYACTHIIAMH B HEM IIPHUCYTCTBY-
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0T JIOBOJIBHO KPYIIHBIE KPYTJIble YACTUIIBI CyOMUK-
POHHOTO pasMepa.

Il pTyTHON TOPOMETPHUM HCIOIb30BATIH IIPH-
6op AUTOPORE IV 9500, mis mpeccoBanus obpas-
[I0B ¥ HPOMHUTKHU BOAOH IT0[ JABI€HUEM — THIPAaB-
muueckuit (Knuth, 'epmanwnst) u rugpocrarumdeckuin
CIP 62330 (CIITA) mpeccbr. MUKpPOCTPYKTYPY HCCIIe-
JIOBAJX HA ABTOIMUCCHOHHOM CKAHHPYIOIIEM 3JIEeK-
TPOHHOM MHKPOCKOIIE CBEPXBBICOKOTO PA3PEIeHUs
Zeiss Ultra plus na 6ase Ultra 55 (I'epmanmst).

Oo6cy:xaenne pe3yabTaToB

Ananmusupys credeHHBIE 00Pa3Ilbl, OIPEIeISIN
ILUIOTHOCTH, OOIIYI0, 3aKPBITYI0 U OTKPBITYIO IIOPHC-
TOCTH.

[InoTHOCTH paccUMTHIBANH JIEIEHHEM MACChI 00-
pasma Ha 00beM, KOTOPbIH HAXOIUIN IIyTeM THIPO-
CTaTU4YECKOTO B3BEIIWBAHUA IIPOIIMTAHHOTO BO,I[OfI
obpasma. OTKPBITYIO MOPUCTOCTh OIEHUBAIN METO-
JaMu B3BELIMBAHUS CyXOro obpasia ¢ Iociesy-
IOIIUM BaKyyMHUPOBaHHEM W HaCbIIIeHUWEeM AUCTHJI-
JINPOBAaHHOM BOAOM, IIPOMUTKU AUCTUIINPOBAHHOMU
BOJOU IO [EWCTBUEM THUAPOCTATHYECKOTO IaBiie-
Hud 2000 aT™. ¥ PTYTHON TOPOMETPHUH.

JKclleprMeHTaTbHbIEe AaHHbIE 0 IIOTHOCTH H
TIOPUCTOCTH HUKEIEBBIX 00PAa3IOB I TEMIIEPaTyp
cuekarua 800 u 900 °C mpeacraBnensr B Tabm. 1
(M3MepeHUE IOPUCTOCTH METOJOM PTYTHOM IIOPO-
MEeTpUU BBIITOJHEHO TOJIBKO Ha 00pasiax, CledeH-
ubix pu 900 °C).

Bugmo, uto miaoTHOCTH 00pPA3I0B CTAHOBHUTCH
MEHBIIIe C YBeIUYEeHHEeM pasMepa 4acTHIl] mopoobpa-
30BaTesd HE3aBHCHMO OT TEMIIEpaTyphbl CIEKAHWUA.
O6111as1 TOPUCTOCTH YBEIUYUBAETCA ITPUOIU3UTEIb-
Ho Ha 3 %. Ilpu sTOM mpOCIEKUBaeTCI IBHAS TEH-
JEHIIHAS pocTa abCOMIOTHRIX 3HAYEHUH OTKPBITOH II0-
PHCTOCTH U ee JO0IH B 0011e# TIOPUCTOCTH. JTO 3aKO-
HOMEPHO, TTOCKOIBKY 3aKPBITh KPYITHYIO ITOPY ropas-
0 Tpy[IHee, YeM MEeJKyI0. 3aKpbiTad IIOPUCTOCTh,
HaIIpOTUB, B OCHOBHOM yMeHbIaercda. HezaBucumo

C T 9
. S N
400 nm
=

[

Puc. 1. Hanonopomox HHUKes, MOIYyYEHHBIH II0 SJIEKTPO-
B3PBIBHOHN TEXHOJOTHU

Fig. 1. Nickel nanopowder obtained by electro-explosive
technology

OT IUCIEPCHOCTH ITOP0o06pa3oBaTess IIIOTHOCTE 06-
pasioB yBenwuuBaercs npubausurenbHo Ha 4 %
IIPU MIOBBINIEHUH TeMuepaTypsl cruekanusa ot 800 mo
900 °C.

Paznunia 3HaueHWH NOPHUCTOCTH, ITOTYIEHHBIX
MEeTOaMHU IIPOIUTKY BOJION B THAPOCTATE U PTYTHOM
TIOPOMETPUH, HEBHAYUTENIHHA, €€ MOKHO 00BhICHUTD
pasbpocoM SKCIIEPUMEHTANBHBIX TaHHBIX. BMecre ¢
TeM BHAHO, YTO METOJWKA OIIPe[leJIeHUS OTKPBITOU
TIOPUCTOCTH CII0COO0M HACHIIIEHUA BOJOM ITOCE Ba-
KYYMUPOBAHUA aeT CYIIeCTBEHHO MEHbIIINEe 3HaYe-
HUS OTKPBITOM MOPHUCTOCTH HA 00pasiax ¢ mopooob-
pasoBaTeneM AUCIEPCHOCTHI0 63 — 125 MKM He3aBH-
CHMO OT TeMIIepaTyphl crekaHuda. I[ia Temmeparty-
pot cuekarua 900 °C 3HaYeHUST TTOPUCTOCTH 3aHU:KA-
I0TCA B TPU pasa II0 CPABHEHWIO C JBYMA APYTUMU
MEeTOAWKAMH, MPEANOIaraioliMyi TPOTATKUBAHNE
SKUTKOCTH B TIOPHUCTOE IIPOCTPAHCTBO C IIOMOIIIBIO
BHeIHero aaeienus. Ha obpasmax ¢ mopoodpasosa-
TereM paucnepcHoctbio 140 — 200 MEM  pasHUIA

Ta6auna 1. IInoTHOCTS ¥ IOPHCTOCTH HUKEIEBBIX 00pasIos A1 Temmeparyp cruexanus 800 (uucaurens) u 900 °C (3amena-

TeJb)

Table 1. Density and porosity of nickel samples for sintering temperatures of 800 (numerator) and 900°C (denominator)

JlucniepcHOCTH TOPOOGPA30BATENST, MKM

ITapamerp
63 — 125 140 - 200 250 - 315
ILnornocTs, r/cm3 7,26/7,54 7,01/7,49 6,96/7,32
OrHocuTenbHas IJIOTHOCTD, % 81,5/84,7 78,7/84,0 78,1/82,1
Ilonnas mopucrocts, % 18,5/15,3 21,3/16,0 21,9/17,9
OrkpbrTas Haceimenue Bozioii mociie BakyyMupOBaHUs 4,1/2,86 12,0/4,29 14,5/12,5
TOPHCTOCT, % [[ponumka BoKO# B THApOCTATE 9,6/7,14 13,3/5,71 15,8/13,9
Pryrnaa nopomerpus —1/6,85 —/7,6 —/13,6
3akpbITas Hacepimenue Bozoii mociie BakyyMUpPOBaHUS 14,4/12,4 9,3/11,7 7,4/5,4
TOPHCTOCTE, % Y[ponprka Bomoi B rHApOCTATE 8,9/8,16 8,0/10,3 6,1/4,0
Pryraas nopomerpus —/8,45 —/8,4 —/4,3
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Puc. 2. Kymynarusable KprUBble HOPUCTOCTH (@) U pacipe-
JleJIeHre 1op 1Mo pasMepy (6) masa 06pasIoB, CIIEYEHHBIX IIPH
900 °C, mpu aucnepcHocTAX mopoobpasosarens 63 — 125 (1),
140 - 200 (2), 250 — 315 mxwM (3)

Fig. 2. Cumulative porosity curves (a) and pore size distri-
bution (b) for samples sintered at 900°C with porosity dis-
persions 63 — 125 (1), 140 — 200 (2), 250 — 315 microns (3)

3HAYEHHI ITOPUCTOCTH 3HAYUTENHHO YMEHBIIAeTCHd,
a Ipu IUCIEePCHOCTH IopooOpasoBarens 250 —
315 MKM OHA CTAHOBHUTCSA MHHUMAJIBHOM.

Takum 06pazomM, MOKHO 3AKIIOYUTh, YTO IIPO-
MUTKA KUIKOCTBIO IOPHUCTOr0 Marepuaia 6e3 Ipu-
KJIaabIBAaHUA BHENIHETO IABICHUS He HPUBOIHUT K
IIOJTHOMY B3aIlOJTHEHHWIO ITOPUCTOTO IIPOCTPAHCTEA,
0COOEHHO B ciIydyae MeJIKHX Iop.

HsBecTHo, 4TO M30BITOUHOE [ABIEHHE HA KHJ-
KocThb (maBimenme Jlarmraca), cosmaBaeMoe CHIAMU
MMOBEPXHOCTHOTO HATSIKEHHUA U 00yCIOBIEHHOE KPH-
BU3HOU ITOBEPXHOCTU

Ap = 20/R,

rae 0 — Koa(p(pUITHEeHT MOBEPXHOCTHOTO HATIKEHUS
SKUIKOCTH; R — paguyc MCKPUBIEHUA TOBEPXHOCTH

skugroctu (OymeM cuuraTh, YTO paxuyc K 6IH30K K
pafuycy mopsl, B KOTOPYIO MIPOHUKAET KUAKOCTB).

Hasnenue Jlamnaca npensTcTByeT IPOHUKHOBE-
HUO MMPOTUTHIBAIOIIEH KUAKOCTA B TOPBI 00pasiia.
[Ipuuem yem MeHbIlle pasMep MOPBI, TeM (GoJbliiee
IaBjeHre HeoOXOIUMO IPHUKIAIbIBATE, YTOOBI IPO-
TOJKHYTh MPOMUTHIBAOIIYIO JKUIKOCTh B IIOPUCTOE
npoctpaHcTBo. Mcrmonb3yd TpUBeNEeHHOE YpaBHe-
HUe, TI0 3HAYEHUAM JABJICHUS KUAKOCTA U IIOBEPX-
HOCTHOTO HATS/KEHHS MOKHO OIEHHTb pPaIuyChl
1I0P, TOCTYIIHBIX i 3amoauerusn [20].

IIpu usbwITOYHOM maBneHuu B 1 aTM., 4TO pea-
JIU3yeTCs B METOJWKE HACBIIIEHUI BOAOM (Koaddu-
[MEHT ITOBEPXHOCTHOTO HATIKEHUS BOAbl O =
= 73 mH/Mm) miocite BakyyMHpOBaHUA, JIETKO PACCUH-
TaTh, YTO BOJA MOKET IPOHHUKHYTH TOJHKO B IOPHI
pamuycom 6osee ~1,5 mrMm. B mmopsr Mmensbliiiero pas-
Mepa UHTPy3us BojbI uckirodeHa. 1o aToit npuanne
OTKPBITAs IOPUCTOCTD, M3MEPEHHASI JAHHBIM CIIOCO-
60M, OymeT UMeTh 3aHUKEeHHOe 3HAYEHNe 110 CPaBHe-
HHIO ¢ Je¥icTBuTenbHOM Beauunuon. Ommbra oymer
TeM 6oJIbliie, 4eM 6OJIbIIe OIS TIOP PasMepPoM MeHee
1,5 MmEM.

AHaTOTHYHBIN pacyer i BeIUYUHbBI N30bITOY-
Horo maBneHusa Ap = 2000 atM. naer 3HadeHHe pa-
nuyca mopsl ~0,73 HM, T.e. IPKU IPOIUTKE BOAOU B
TUAPOCTATE TIPOU30HUIET 3AI0JTHEHHE BCETO ITOPOBO-
T'0 IPOCTPAHCTBA, BKIOYAST CAMbIE MEIKUE TIOPHI.

Ilna pryTHOrO mIOpO3MMETpa, B KOTOPOM PTYTH
(k03(pPUITMEHT TOBEPXHOCTHOTO HATSIKEHUS PTYTH
o0 = 510 mH/m) poBuraercsa B OpsI IPH U30BITOY-
HoM nmaBiaeHuu 1700 aT™., pacuer naet sHAYEHHE pa-
nuyca mopbl ~6 HM. T'o ecTh MPaKTUYECKH BO BCEX
cinydasx 6ymer usMepeHo AeHCTBUTEIHHOE 3HAYEHNE
OTKPBITON mmopucroctu. VICKI0UueHrneM MOTYT OBITH
TOJIBKO MaTepHanbl C O4YeHb MEJIKOM IIOPUCTOM
CTPYKTYPOH.

OrneHKH pasMepoB IOp, MOCTYIHBIX JJIS TPOIHU-
THIBAOIIEH KUTKOCTH, IPUBEIEHBI B TA0I. 2.

Ha pmuc. 2 mpezncraBieHbl KyMyJIaTHBHBIE KpH-
BbIe TIOPHUCTOCTH U PacIpeeeHre mop M0 pasMepy
s criedendbix mpu 900 °C o06pasios (pryTHas mo-
poMeTpus).

Bunno, uTo KpHBBIE TIPH AUCIEPCHOCTAX ITOPO-
obpasoBarenss 63 -125 m 140 - 200 MEM oOYeHbB
6nusku. Kymynarusaaa KpuBas mias obpasia C Immo-
poobpasoBarenem mucmepcHocThio 250 — 315 MEM
KapJuHAJIbHO OTINYAeTCHd, TaK KaK J0JA MEeIKUX

Ta6auna 2. OueHka pasmepa 0p, ZOCTYIHBIX Ui IPOIUATHIBAOIIEH JKUIKOCTH

Table 2. Estimation of the pore size available for the impregnating liquid

Meros n3MepeHus IOPUCTOCTH

MakcumanbHOe IpOTATKUBAIOIIEe
nasnenue, MIIa

MunnMansHBIN pasMep Iop,
JOCTYIHBIX JJIS IPOIIUTKHU, HM

Haceimmenue Bofoii mociie BaKyyMHPOBAHUSA
IIponuTka Bomo¥i B rumpocrare

Pryraas nmopomerpusa

0,1 1500
200 0,73
170 6
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Iop B 00pasile HAMHOTO HE:Ke, a 00111as ITOPUCTOCTh
BBIIIIE.

3amMeTuM, 4TO B CIy4ae MeTO/a MPOIUTKH BOJOM
mmocje BaKyyMHPOBAHUA IMPHUMEHEHWe [JI CHHTe3a
00pasIoB MEIKOIUCIIEPCHBIX MOpPoobpasoBaTesei
MPUBOAUT K (POPMUPOBAHUIO CTPYKTYP C Oojiee BBI-
COKOM [10JIell HEeJOCTYIIHBIX MEJKHX IIOp, II03TOMY
3HAYEHUA OTKPBITOM ITOPUCTOCTH B3aHUIKAIOTCI B
CPaBHEHHUU C ABYM:A IPYTHMHU METOINAMHU ee OIIpefie-
JIeHUA.

Mo:%HO KOHCTATHPOBATDH, YTO METOJ B3BEIIUBa-
HHS CyXOTo 00pasIia ¢ mocaeAyoIuM BaKyyMUpoBa-
HHEM ¥ HaCBIIeHHueM IUCTHIIMPOBAHHON BOMIOU
npu aTMoCc(epHOM [aBIEHWH HPUMEHHM TOJIBKO
IUIS IIOPUCTBHIX MATEPHAIOB C KPYIHBIMH IIOPAMH.
B ciyuae MeTKOMOPHUCTBIX CTPYKTYP AE€HCTBUTENH-
Hble 3HAYEHHUSA OTKPBITOM HMOPHUCTOCTH CyIIECTBEHHO
3aHmKaTCa. MeToabl IMPOIUTKY BOLOM IIOA AABJIe-
HHEM C KCIIOJIb30BAHUEM THAPOCTATA U PTYTHOH IT0-
POMETPHH ITO3BOJISIOT MOJIY4aTh JaHHbBIE TI0 OTKPHI-
TOH TOPUCTOCTH JJI MATEPHUAJIOB C MAJIBIM pasMe-
pom mop. Kpome Toro, ¢ momompi0 PTYTHON HOPO-
METPHH MOKHO TOIOJHHTEIbHO MOIYyYUTH HHQOP-
MaIuio O pacIpeleleHWH I[Op 1[0 pasMepaMm
(maumHas ¢ pasmepa 6 HM).

JKCIIepUMEeHTAIbHbIE OIMUOKKA METOMHNK, BEJIIO-
Yafg MeTOHIbl KHUAKOCTHOHW IIOPOMETPHH, B 3HAYH-
TeJIbHOU CTEeNeHU B3aBUCAT OT NPUHATOU MOJAEIHN
MOP(OIOTHUH TTOPUCTOTO MPOCTPAHCTBA UCCIIEyEMO-
ro mopucroro marepuana. Ha puc. 3 mpexncrasiena
MHKPOCTPYKTypa IOpHCTOro obpasma. Bummo, uro
dopma 1mmop mamera ot cepuyeckoil. ITO CyIecT-
BEHHO 3aTPYIHAET UX OIEHKY [22].

3axJaroueHue

Takum 00pasoM, oIpeaeseHHe XapaKTePUCTHK
OTKPBITOM ITOPUCTOCTH 00PABI[OB IOPUCTOTO HUKEJIS,
IIOJIyYeHHOI'0 10 ITOPOIIKOBOM TEXHOJIOTHH, IT0Ka3a-
JI0, 9TO B CJIy4ae MOPUCTHIX CTPYKTYP € 6OIBIIIOH 10-
JIeHl MEeJKUX TOpP IIPOMCXOIUT CYIeCTBEHHOE 3aHU-
JKEeHUE JEeUCTBUTEJIbHBIX 3HAYEHUU OTKPBITOU II0-
PHUCTOCTH IIpW HCIIOIb30BAHUK METO[a B3BEIINBA-
HUSA CyXOT0 06pasIa ¢ MoCcaeAyoINM BaKyyMHUPOBa-
HHEM U HACBIIIEHWEeM TUCTHWIIUPOBAHHOH BOMOH
IpU aTMOC(PEepPHOM [ABJIEHUH. SaHMKEHWEe TeM
Oosbliie, ueM 0OJIbIIIE [OJI MEIKHX IIOp B MaTepua-
me. Jlnst marepuanoB ¢ mopaMu OOIBIIHX PasMEpPOB
METOM IPUMEHHUM U OTJIHYAETCS 3HAYUTEIbHOH IIPo-
croroii. Pazauria 3Ha4eHUH OTKPBITON ITOPUCTOCTH,
IIOJyYeHHBbIX METOJAaMU IIPOIUTKHU BOAOH B THUIPO-
cTaTe W PTYTHOM IIOPOMETPUH, He3HAUYUTeNIbHA. Ta-
KHe aHaJIu3bI Jal0T JOCTOBEPHbIE NaHHbIE, HAUWHAST
¢ muametpa nop okoao 10 am. BaxHoe npeumyiiect-
BO MeTOoAa PTYTHOM IIOPOMETPUN — BO3MOKHOCTH
MIOJIyYeHUs [aHHBIX O pacIlpefesieHuy IIop IO pas-
MepaM.

Puc. 3. lllnud mopueroro obpasia (aucrepcHOCTh MOPO06-
paszoBatena — 140 — 200 MM, TeMmIepaTypa CHOEKaHUI —
900 °C)

Fig. 3. Thin section of a porous sample (blowing agent with
a dispersion of 140 — 200 microns, sintering temperature —
900°C)

duHaHCHPOBAHHE

Pa6ora Beimoniaena 3a cuer rpanra Poccuiickoro
Hay4gHOTro (poraa (rmpoext Ne 22-19-00126).
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O ITPUMMEHEHNN METOAOB YNCJ/JEHHOI'O [IU®PPEPEHIINPOBAHMNS
JJISA OIIPEJAEJIEHUA CROPOCTH POCTA TPEIIINHBI YCTAJIOCTH
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C ucrionp3oBaHuEM BBIOOPKU PE3yJILTATOB UCIIBITAHMA 68 KOMIAKTHBIX 00PA3II0B BHEIIEHTPEH-
HOTO PaCTKEeHHUA U3 TUTAHOBBIX CIIJIABOB, HUKEIEBbIX CIIABOB U CTAJIU HCCIIEOBAHO BIHTHUE
BBIOOpA METOJIa YHCIIEHHOr0 audeperIupoBanus (MeTOL CeKyIed u Merox audepeHinaib-
HBIX TIOJIMHOMOB I10 TPEM, IIATH ¥ CEMHU TOYKAM), UCIIOIB3YyEMOTO I PacdeTa CKOPOCTH POCTa
TPEIUHBI YCTAIOCTH, HA XaPAKTEPUCTUKU JIMHEHHOTO YIaCTKA KHHETUIECKON THarpaMMbl yCTa-
soctTHOTO paspyiuenus. Llens uccienoBannsa — onpeneeHre IPenMyIecTB, HeJJOCTATKOB 1 3a-
KOHOMEPHOCTEH pacCMOTPEHHBIX METOOB. B KauecTBe KpUTEpHEB IIPABIIBHOCTH BHIOOPA METO-
Ia urciIeHHoro qudepeHIMpoBaHNA UCI0Ib30BaHbL: Koo GHUIMeHT nerepMunaluu R2; uarer-
PATBHBINA KPUTEPUH ), XapaKTepHU3YIOIIHi Pa3HOCTh [IPOTHO3UPYEMOT0 M (DAKTHIECKOTO YHCeN
[WKJIOB, COOTBETCTBYIOIINX YIACTKY YCTOHYHUBOIO POCTA TPEL[UHBI; KOPPEJAIHI MEK/LY JIora-
pudmamu koHcTaHT [Ispuca nyd criaBoB ogHOTO Kiacca. B pesynbrare npoBeeHHBIX HCCIERO-
BaHWM yCTAHOBJIEHO, YTO UCIIOIB30BAHKE MeToa AU (ePEeHITHATBHBIX TIOIXHOMOB TI0 TPEM TOY-
KaM 110 CPABHEHHIO C METOOM CEKyIlel He3HAYNTETIHHO HOBBIIIAET KOPPEIISAIHI0 MEKIY JI0Ta-
pudMamM¥ CKOPOCTH POCTA TPEL[UHBI YCTATIOCTH U PasMaxoM Ko3(I(PHUIIMEeHTa WHTEHCHBHOCTH
HampskeHul (yBenmdenue R2) v yBeIMauBaeT PAsHUIT MEK/y PACIETHBIM U SKCIIEPUMEHTAIIb-
HBIM YHCIAMHU [HUKIOB, COOTBETCTBYIOIINX YCTOMIUBOMY POCTY TpeIuHbI (yBeamdenwe y). B To
JKe BPeMs IIPU OIIPEeIeHUN CKOPOCTH POCTa TPEIUHBI YCTATIOCTH MEeToIoM AudepeHIraib-
HBIX IIOIMHOMOB II0 IATH U CEMH TOYKAM HAOJIIOaeTcs 3HAUYUTENbHOE CIIasKUBAHUE DKCIIEPU-
MEHTAJIbHBIX JaHHBIX, COIPOBOKIAEMOE CYIIIeCTBEHHBIMI MTOBBIIIIEHNEM U CHuKeHueM . Biu-
30CTh K HYJII0 HHTETPAIBHOTO ITapamMmerpa TOYHOCTH ) SBJISeTCI HeOOXOMUMbBIM, HO He JI0CTaTO4-
HBIM KpUTEPHUEM XOPOIIIET0 COOTBETCTBUA MEKY Pe3yIbTaTOM UCIIbITAHUSA 1 OIMCHIBAIOIEN ero
MaTeMaTHIeCKON MOJIENbIO, TOT/ia KAK COBOKYITHOCTD IapamMeTpos x u RZ ogosnauno dopmupy-
et 9T0T Kpurepuil. Beibop MeToa urcieHHoro audpepeHIMpoBaHus He OKA3bIBAET BIUIHUI HA
KOPPEJIAIHUIO JIoraprgMoB KOHCTaHT ypasuenus [Iapuca.

KaroueBsle ciroBa: ckopocth pocra Tperunsl yeranocru (CPTY); uncnennoe nudpdepentmpo-
Banwe; ypasuenue [Ispuca; K0a(pduIueHT HHTEHCHBHOCTH HANIPSKEHUHN; [IMKINIECKasd TPeIH-
HOCTOHKOCTB; KMHETHYECKAA AUArpaMMa YCTATIOCTHOTO PA3PYILIEeHHS.

ON THE APPLICATION OF NUMERICAL DIFFERENTIATION METHODS
TO THE DETERMINATION OF THE FATIGUE CRACK GROWTH RATE
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Using a sample of test results from 68 compact eccentric tensile specimens made of titanium alloys, nickel
alloys and steel, the effect of the choice of numerical differentiation method (secant method and the
method of differential polynomials on three, five and seven points) used to calculate the fatigue crack
growth rate on characteristics of the linear section of the kinetic diagram of the fatigue failure. The pur-
pose of the study is to determine the advantages, disadvantages and consistent patterns of the considered
methods. The coefficient of determination R2, integral criterion y which characterizes the difference be-
tween the predicted and actual number of cycles corresponding to the section of stable crack growth, and
correlation between the logarithms of the Paris constants for alloys of the same class were used as criteria
for the correct choice of the method of numerical differentiation. The main results and conclusions of the
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study: the use of the method of differential polynomials over three points compared to the secant method
slightly increases the correlation between the logarithms of the fatigue crack growth rate and the range of
the stress intensity factor (an increase in R?) and increases the difference between the calculated and ex-
perimental number of cycles corresponding to stable crack growth (an increase in x). However, when de-
termining the fatigue crack growth rate by the method of differential polynomials for five and seven
points, a more significant smoothing of the experimental data is observed, accompanied by a significant in-
crease in R? and a decrease in y; proximity to zero of the integral accuracy parameter y is a necessary but
not sufficient criterion for good agreement between the test result and the mathematical model that de-
scribes it, while the combination of parameters y and R? uniquely forms this criterion; the choice of the
method of numerical differentiation does not affect the correlation of the logarithms of the constants of
the Paris equation.

Keywords: fatigue crack growth rate (FCGR); numerical differentiation; Paris equation; stress-intensity

factor; fatigue fracture kinetic diagram.

BBenenune

OcHOBHBIE JieTalN ra30TyPOUHHBIX IBHUTATEICH
(I'TI) paboTaioT B yCIOBHSAX BBICOKUX HATPY30K H
MMOBBIMIEHHBIX TEMIIEPATYP, YTO YyCTAHABIUBAET BbI-
COKMe TpeboBaHMsI K CBOMCTBAM MaTEPHAJIOB, U3 KO-
TOpbIX OHU M3roToBjIeHHI [1, 2]. B cocras I'T ]l Bxo-
IAT IeTajau, SKCIUIyaTarusa KOTOPBIX JOIyCKAeTCs
mpu Hamuanu TpemuH. [locie 3apoxkaenusa ycramo-
CTHOM TPEIIUHBI B JAeTaau, HAXOAAIIEeNCsI B YCIOBU-
X IMUKJINYECKOTO HATPYIKEHUA, JeTalb IIPOJ0IKAET
(pyHKIIMOHHPOBATH 70 TEX II0P, IIOKA PACIPOCTPAHE-
HYe TPelIWHBl YCTOMYUBO U C BBICOKOM TOYHOCTBIO
mporuosupyemo. Jlanee meranb PeMOHTHPYIOT HWIH
s3aMmeHdoT. /1A mcciaemoBaHUsS TOBEIEHUA YCTaJo-
CTHOH TpEIIWHBI B MaTepuaje, U3 KOTOPOTO H3TO0-
ToBneHa aetanb ['T]], mpoBoAAT mcnbITaHUSI HA CKO-
pocThb pocta Tpeiuub! yeragoctu (namee CPTY).

llns ommcaHus HAMPSIKEHHOTO COCTOSHHUS 00-
pasia Wik AeTalu C TPEIUHOH HCIOIb3YIT K03g-
dunmenT wHTeHCHBHOCTH Hampsukenwin K (masee
KHWH), koTopbIii KOJIHIECTBEHHO XapaKTepusyer Ha-
MPSJKeHHOE COCTOSIHHE B OKPECTHOCTH BepPIIUHBI
tpemuubl. KWH 3aBucut oT IjIuHBI TPEIUHBI, IPH-
JIOMKEHHON HArpPysKH (MJIM HANPSIKEHWS Ha OTaae-
HHUM OT BEPIIHWHBI TPEIWHBI), TeOMeTpPuu obpasiia
WU IeTaju:

K =cF+na, (1)

a — JJIMHA TPEIUHBI; 0 — HOMHHAIBHOE HAIIPSIKe-
Hue; F — (yHKIuA, XapakTepusyomas reOMeTPHIO
obpasIia Wi AeTaju.

s ucenemosauusa CPTY mpoBoasaT ucnbiTanus
CTAHAAPTHBIX 00PA3IIOB C HALPE30M, YTO II03BOJISIET
KOHTPOJIUPOBATH MECTO 3apOIKIEHUS TPEeIIHHBL.
ITpu sTOM TIpeABAPUTENBHO BHIPAII[UBAIOT YCTAIOCT-
HYI0 TPEIWHy, a Jajee IPOBOJAT HCILITAHHE —
[IMKIAYECKH HATPY:KalT 00pasell, PerucTpupys us-
menenns mamuHbl Tpemuuabl (OCT 1 92127, ASTM
E647). lna yuera BIUAHASI 0COOBIX DKCILLyaTaIlHOH-
HBIX (PAKTOPOB HCCIEI0BATEIN IPOBOASIT CIICIUATb-
Hble HCIBITAHWSI, HAIIPUMEpP, B YCIOBHUAX BO3IEHCT-
BUS KOPPO3HOHHO-aKTUBHOH cpenbl [3] wiu mpu
CIy4aifHOM XapakTepe Harpy:xeHus [4].

Ilo pesynbraTaM HCHBITAHWA B JBOHHBIX JIOTa-
PUPMUYIECKUX KOOPAMHATAX CTPOAT KHMHETHIECKYIO
nuarpammy ycramoctaoro paspyinenus (KIYP), ne-
MoHcTpupyomyio 3aBucuMoctb CPTY ot pasmaxa
KHWH. [lna 6onbiinHCTBA KOHCTPYKITMOHHBIX MaTe-
pHAaJIOB 3Ty QUArpaMMy MOKHO DPas[eluTb Ha TPHU
yuacTka. Bropo#l y4acToK KMHETHYEeCKOU Amarpam-
MbI — JIMHEHUHBIH, WX YIACTOK CTAOMIBHOIO POCTA
TPEeInHbI, — OMUCHIBAIOT ypaBueHueM [Ispuca

da

— = C(AK)™ 2
dNC(K), (2)

rme N — KOJHYecTBO IMKIOB Harpy:xenws; AK —
pasmax KWH (pasHocTh MaKCHMAaJIbHOTO W MHUHH-
ManbHOro 3Havenwui); C m m — KOHCTAHTHI MaTe-
puasa, ompenenseMbie pu 00paboTKe pe3yabTaToB
ucrbITaHu. MeTonbl onpeneneHus IPaHUI] JTUHEH-
HOTO y4yacTka u KoHcTanT C u m ABIA0TCA 00bEeKTa-
MU HHTepeca ucciaegoBaTenen [5 — 8].

Huns onpenenenus CPTY (da/dN) ucmonbsyror
METObI YHCIEHHOTO Tru(PEePeHIIMPOBAHNI U SKCIIE-
PUMEHTAIBHO IOJyYeHHbIe 3a(DUKCUPOBAHHYO IJTH-
HY TPEILIUHBbI @ U COOTBETCTBYIOIEE € YUCIO ITUK-
moB N. HccrnenoBaTenn oTMedaioT, 4TO BBIOOP METO-
Ia uguciaeHHoro mauddepeHIuPOBAHNA BIHAET HA
pasbpoc CPTY na KIIYP u Ha onpenensiembre napa-
MeTpsl ypaBHeHus IIapuca [9 — 11]. Ilens ganmOTO
WCCIIeJIOBAHUS — BBISBIEHHE 3aKOHOMEPHOCTEH,
MIPEeNMYIIECTB ¥ HEJOCTATKOB METOI0B YHUCIEHHOTO
nudppepeHITUPOBaHNs, TPUMEHAEMBIX I OIpe/e-
nenusa CPTY (da/dN) ma yuacrke ycToiumBOro poc-
Ta tpemuabl Ha K YP.

Pa6ora BhImonHeHa B paMKax peannsariuid KOM-
IJIEKCHOH HaywHOU mpobiemsbl 2.2 «KBamuduramms
U uCclenoBaHue Marepuaios» («Crparermueckue
HAIIPaBIECHUA PA3BUTHUI MATEPUAIIOB U TEXHOJIOTUU
ux nepepaborku Ha nepuoxn xo 2030 roma») [12, 13]
¢ ucnoab3oBanuem obopymnosanus [IKII «Knumaru-
yeckue ucnbiranusa» HUIL «KypuaroBckuit wHCTH-
TyT> — BUAM.

MeTtoabl HccIeOBAHUA

B pabore mcnonp30BaHBI Pe3ysabTaThl HCIIBITA-
Huit Ha CPTY npy KOMHATHOH M HKCIIyaTallMOH-
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a

Puc. 1. Kommakrubiii o6paserr 11 BHEIIEHTPEHHOTO PACTS-
JKEHUs

Fig. 1. Compact sample for eccentric tension

HBIX Temieparypax 21 obpasia u3 KapoIpOYHBIX
HUKeNIeBbIX ciuiaBoB, 40 00pasiioB W3 TUTAHOBBIX
crasoB [14, 15] u cemu 00pasIoB 13 BBICOKOIPOY-
HOU MapTeHcUTocTapemilei cranu [16].

HcoprreiBanmu kommakrasie C(T) obpasmer ma
BHEIIEHTPEHHOe pacTsikeHue (puc. 1) mIpu CHHYCOH-
nanbHOU (popme HarpyskeHwus ¢ yactoroi 5 — 20 I'rg
Ha CEPBOTUAPABINYECKUX HCIIBITATEIbHBIX MAIIIH-
Hax [17]. JInyHy TpeIiuHBI OIpPemeasir MeTOA0M
MOAATINBOCTH. Bce uCIbITaAHMS IIPOBOAUIN IIPH IT0-
CTOSIHHOM KO2(h(pHUIIMEeHTe aCUMMETPHU HATPY3KH B
yenoBusax Bospacranus KWMH ¢ mocrosHHO#M cKOpo-
CTBHIO WJIH IIPH ITOCTOSHHON AMILTUTY/Ie HATPY3KH.

KUH pgna xommakTHOTO 00pasiia pacCunThIBAIN
II0 clIeayIoIei hopmysie:

P 2+a
=—————— (0,886 + 4,640 —
BIW (1-a)3/?
-13,320.2 +14,720.3 —5,60.4); (3)
a =i;0L >0,2,
w

rae P — narpyska; ¢ — aauHa Tpernuusr; W — u-
puHa o6pasna.

CPTY (da/dN); Haxonunu METOIOM CEKyIeH Hu
MerozoM nudpdepeHITnaIbHbIX MOAUHOMOB. Jlis
omnpenenenus (da/dN); MeTomoM CeKyIled HCIIONb-
30BasId TOYKH {a;, N;} 1 OfHy U3 IBYX COCEAHHUX TO-
yek — {a;_1, N,_;} nwmm {a;, 1, N;,1}. Cropoctb
pocTa TPEITUHBI HA TEeKYIIEM IIUKIe PACCUNTHIBAIN
KaK TaHTeHC yIiia HAKJIOHA MEKIY STUMH TOYKAMH.
IIpu peanuszanuu wmerona auddEpeHITNATHHBIX
notuaoMOB st pacaera CPTY (da/dN);, npumerns-
JIW SKCIIEPUMEHTAIBHYIO TOYKY 1a;, N;} u eiie 1Be,
YeThIPEe UM IIECTh COCEHUX TOUEK (B COOTBETCTBUHI
¢ ASTM E647). 3aBucuMOCTb AJIHHBI TPEIUHBI OT
YKCIA ITUKJIOB alllIPOKCUMHUPOBAIIH IOTUHOMOM BTO-
POii CTEITeHH C MCIOJIb30BAHUEM BBIOPAHHBIX TOYEK
MerozoM HauMmeHbiux kBagparoB. CPTY (da/dN);
OTIpe/esIsiaN KaK 3HAUeHHe MPOU3BOHOM OT arpo-
keumupyomiei gpyariun a(lN) B Touke N;. [Ipunmu-

ANnpoKCHMALIHA TTOMHHOMOM
BTOPO CTETISHH 10 TPeM TOHKAM

a(N)=cl+ec2-N+¢c3-N7

A.rmpommalmz TIOMHHOMOM

Armpox:ﬂnal.uu TOMHHOMOM
B'I'Dpoﬁ CTEMEHH MO CEMM TOYKAM

BTOPOil CTEMEHM 10 NATH TOYKAM

a(N)=cl+c2-N+c3 N?

. N

Puc. 2. I'paduueckoe mpencrapieHne METOLOB YHUCICHHOTO
mudpdepernnpopanus s onpegenerus CPTY

Fig. 2. Application of numerical differentiation methods to
FCGR determination

IIbI IIPUMEHEHUS MEeTOIO0B YHCIeHHOro auddepeH-
nupoBaHusa A omnpenenenus da/dN rpaduuecku
mpencTaBiaeHbl HA puc. 2. PesynbTaThl HCOBITAHUA
KaKmoro obpasiia obpabaTbiBaau C MPUMEHEHHEM
KaKIO0TO U3 YeThIPEX METOOB.

Oo6cy:xaenne pe3yabTarToB

PaccmarpuBanyu HECKOIBKO KPHTEPUEB «IIpa-
BHJIBHOCTH» BbIOOpA MeETOAa YHCIEHHOro audde-
peHIupoBaHusi. B KauecTBe mepBOro KpUTepHs, Xa-
PaKTepUsyIIero 6JIM30CTh JKCIEPUMEHTATHHBIX
MAHHBIX K BBIOPAHHOH MATEMATHYECKOH MOJIelw,
BBIOPAH KO3(D(PUIIHEHT JeTepMUHALINN

n
25 -2
RZ=EL (4)
Z(yi - 5)2
i=1
rme y; — (haKTUIecKoe 3HAUYEHHe 3aBUCHMOM Iepe-
MEHHO; ); — pacueTHOe 3HAYeHUE 3aBUCHMOM IIe-

PeMeHHOH; ¥ — cpeJiHee 3HaUYeHNe 3aBUCUMOH IIepe-
MEHHOH; n — KOJIMYeCTBO I1ap 3HaUYeHU! 3aBUCUMON
¥ He3aBHUCHUMOI IepeMeHHbIX. B manHoM ciyudae 3a-
BUCHUMOU IIepeMeHHOoU sBisercs jgorapudm da/dN,
neszapucumoi — sorapum AK. Kosdpdumnmenr ne-
TEepMHHAIIUM YUCIEHHO XapaKTepusyeT JOJI0 JHC-
IIePCUU 3aBHCHMOM II€PEeMEHHOM, 00bICHEHHOH MO-
Ienbio (B HacTosdiieM ciydae — ypaBHenueM [Iapu-
ca). Eciu R? paBen equnmuile, HaGII0aeTCsA CTPOras
JIMHeWHasa 3aBUCUMOCTbD.

Ilpm anmpoxcuManuu  HKCIEPUMEHTATbHBIX
IAHHBIX IIeJIBI0 UCCIeI0BATEINS SBIISeTCS MPOrHO3H-
poBaHue KoiHuecTBa IUKI0B, 3a Koropoe KMH moc-
THUTHET KPUTHUYECKOTO 3HAUEHUd, IOCTIE KOTOPOTO
HAYMHAETCS JIABUHOOOPA3HBINA POCT TpemuHbl. YTo-
ObI paccCYMTaTh YHUCIO ITUKJIOB HATPY:KEHHUS IO JOC-
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Puc. 3. Coornomenus mexay R?2 u y Ipu pasHBIX MeTOIAX
yucnenHoro auddepennuposanus s onpenenenus CPTY

Fig. 3. Relationships between R2 and y for different meth-
ods of numerical differentiation in FCGR determination

TH:ReHusa Kpurudeckoro sHauenud KUH, mano mpo-
WHTETrpupoBaTh ypaBuenwe [Ispuca:

2 da
AN .= | ———
pact ‘[ C(AK (a)"’

a

(5)

rme AN,,., — Pa3HOCTb YHCIA IHKIOB HAarpyiKe-
HUS, COOTBETCTBYIOIIUX KOHITY U HAYAIY JTMHEHHOTO
yaactka KIIYP B coorBercTBuu ¢ Mozenbio [Ispuca;
a1 U 09 — OJIMHa TPEUIWHbI B Ha4Yajle U KOHIIe JIHU-
ueitroro yuactka KJ[YP. Torma sBenmnunny mapamer-
pa, XapaKkTepusyIOIIero PasHUIly PacueTHOTO U HKC-
MMEPUMEHTAIBHOTO YHCENT ITUKIOB M0 JAOCTIKEHHS
kputudeckoro 3umauenus KWH, moxuHO BhIpasuthb
CIeIyIOIUM 00pa3oM:

AN e = AN ooy
r=—22 P .100 %, (6)
ANSKC
roe )X — UWHTerpalbHBIM IIapaMeTp TOYHOCTH;

AN,.. — pasHOCTH SKCIIEPUMEHTATHHO OIpeJeeH-
HBIX YKCEJ ITUKJIOB B KOHIE M HAYaje JIMHEHHOTO
yuacrka KIYP. Ilapamerpsr y u R? ucnoibsyoT
IS ONpeJesieHus TPaHWI] JUHEHHOTO y4acTKa
KIOYP. Hanmpuwmep, B pabore [8] BLIOOPKY sKCIIEpH-
MeHTaIbHBIX Todek da/dN — AK mocnemoBaTeabHO
OTPaHWYHUBAIOT CIIPABA U CJI€BA TAKUM 00pa3oM, 4To-
6bl MUHUMHU3WPOBATH X W MPUOIU3UTD K EIUHUIIE

R2.

Hns wmccnemyempbix 68 06pasIioB OIpeesIeHbl
KoHCTaHThI ypaBuenus [lapuca m u C, Kosdpuiu-
eHT perepMuHauu R2 ¥ MHTErpaabHBIA mapaMmeTp
TOYHOCTH X [JI1 KAIKIOTO M3 UYETHIPEX paccMaTpu-
BaeMbIX METOJOB YHCIEHHOro audepeHIinpo-
BaHWA. SHauYeHWs R? m y IpUBENEeHBI HA PHC. 3.
B ta6a. 1 mpencrasnens! cpennue sHadenua R u x
IIOJTHOM BBIOOPKH 00pAas3IIOB.

Ins Bcex Kmaccos cmuaBoB R? Bospacran mpu
YBEJIWYEHUH KOJIUIECTBA HKCIIEPUMEHTAIBHBIX TO-
YeK, UCIIOIb3yeMbIx s onpenenenus CPTY, mpu-
yeM 9TO HAOIIAANIOCH HEe TONBKO B CpPefHEM I
BCEeHW BBIOOPKH, HO U JJIA KaKIOTO OTAEIHHOTO 00-
pasua. I[Ipu anmpokcumaliuu 1Mo TpeM SKCIIePUMEH-
TAThHBIM TOYKAM yBeIHUYeHUEe KOPPEeIAINN He3Ha-
YUTETHHO, 0 IISTH U CEMH TOYKAM — CYIIIeCTBEHHO.

WnrerpanpHblii napaMeTp TOYHOCTH X Hanboee
OJIM30K K HYJIIO IIPY WCIIOJIb30BAHUU METO/a, B KOTO-
POM 3a1eCTBOBAHO HAUDOOIIBIIIEE KOTUIECTBO TOYEK.
B cpennem y Bospacraer mpu mepexoje OT MeTona
cerymiei K merony audpdpepeHIHaTbHBIX IT0JHUHO-
MOB II0 TPEeM TOYKaM, T.e. YBEJIUIUBAETCA PA3HUIA
MESKy IPOTHO3UpPyeMbIM Moenbio [1apuca u sxcme-
PUMEHTAIBHO HAGII0JaeMbIM YHCIOM IUKJIOB 70 Ha-
yasa JIaBUHOOOPA3HOTO POCTA TPEIUHBL.

W3 puc. 3 BugHO, 9TO pe3yaIbTaThl, MOIyIEHHBIE
METOIOM CEeKyIIeld ¥ MeTOmoM Iu(epeHIInaaIbHbIX
TIOJTMHOMOB II0 TPEM TOYKaM, UMEIOT OOJIBIIION pas-
6poc. Bombiiad ux mois JeKUT B 00/IACTIX HU3KHUX
3HayeHWi R? ¥ BBICOKUX 3HAYEHWH ), T.e. A HUX
MaTeMaTHIecKas MOJENIh ILIOXO COTJIACYeTCS C DKC-
nepuMmenToM. [lpu yBenwdyeHuw uwmciia TOYEK, HC-
[I0JTb3yEMBIX I alpokcuManuu, R? npubnuxaer-
¢ K eMHUIIE, a ¥ yMeHbinaercd. [Ipu anmpokcuma-
WY TI0 CEeMH TOYKAaM HaOII0[aeTcs BBICOKOE COOT-
BETCTBHE DKCIIEPUMEHTa MATEeMATHYECKOW MOIEIH.
Ha pwc.4 mnpuBemeHbl NpUMEpPbI CrIAKHBAHUS
CPTY npu npumenenun merona nuddepeHnarsb-
HBIX TIOJTUHOMOB II0 CEMHU TOYKAM.

Hab6nronaemsble sBIeHN MOKHO OOBICHUTD TEM,
yro amnporkcumanua a(lN) TuHedHoH (QYHKIIHeH 110
IByM TOYKaMm (MeTO] CEeKyIei) W MOJIMHOMOM BTO-
poii creneHu o TpeMm TouKaM (Meton auddepeHIiu-
QIBHBIX OJIUHOMOB IO TPEM TOYKaM) (PaKTHIECKU
ABIAIOTCA WHTEPIONANNeH, T.e. aNmpOKCHMHUPY-
oras PYHKIUI IPOXOIUT Yepes Bee 3a1eCTBOBAH-
HbIe TOYKH {a;, N;}. [Ipu anoporcumanuu moauHO-
MOM BTOPO¥ CTEIIEeHU II0 IISATH, CEMH U 60JIee TOUKaM
a(N) He TIPOXOAUT Yepes IKCIepUMeHTATbHbIE TOU-

Ta6auna 1. Cpennrie 3HAYEHUA KPUTEPHEB COOTBETCTBHUSA MOJIENIH SKCIIEPUMEHTY

Table 1. Mean values of the criteria for matching the model to the experiment

Meron nuddepeHnnanbHbIX TOTHHOMOB

ITapamerp Meroz cerymieit

n = 3 n= 5 n=
Cpennee snauenve R2 0,86 0,88 0,96 0,97
Cpenuee suauenue y, % 6,05 17,2 59 3,4
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Fig. 4. Examples of “smoothing” KDFF using the approximation of FCGR by a polynomial of the second degree in seven

points

KH, IT09TOMY ocTaeTcsd (osiee TAaIKOHN Mpu 6OIBIIOM
pasbpoce {a;, N;}. Pesxoe mpupalienue JiIuHbI TPe-
I[AHBI BBI3BIBAET OONIbINlee M3MEHEHNe WHTEPIIOIH-
pytoieit dpyarnyu a(N), 4eM anmpoKCUMUAPYIOLIEH.

B coorBercTBHE ¢ TIPUHATOH MaTeMaTHIECKOH
mozenbio (ypaBuenue Ilspuca) saBucumocts a(lNV)
Ha BceM JsmHedHoM yuactke KJYP ommceiBaercs
ypaBuenuem (4). IlpemcraBnenue sT0i QyHKIIUH
IIOJIMHOMOM BTOPOY CTEIIEHH HA HEKOTOPOM YUIaCTKe
SIBJISETCA MPUOIMIKEHHEM, IIPHIEM J4eM GOJIBIIEe 3TOT
y4acTok (ueM 6oJblile TOYEK KCIIOIb30BAHO IS All-
MMPOKCHUMAIIUH), TEM 3TO MPUOIHIKEHIE OIIHO0UHEH.
B mammoii paboTe IpUPOCT TPEIUHBI PETUCTPHUPOBA-
au raxapie 0,1 mm. Ilpemmomaramoch, uTo 1000
yuactok ¢pyarnnu o(N) IpoTaKeHHOCTHI0 He 6oee
0,6 MM KOPPEKTHO OIIUCHIBAETCA ITOJTMHOMOM BTOPOH
CTEIIeHH.

Ha puc. 5 npusenensr npumepsr KIYP Huke-
JIEBOTO CILJIaBa IIPHU KOMHATHOHM U OKCILTyaTalfuoOH-
HOU TeMmepatypax. M3 pwuc. 5, @ BHAHO, YTO eciu
KIYP, moctpoenHas ¢ uCrorb30BaHHEM METOA Ce-
Kyle#, xapakrepusyercsa MaibiM pasopocom CPTY,
to KI¥YP, mocrpoennas ¢ mcmoiab3oBanueM Oosee
CJIO}KHOTO MEeTOZa YHCIeHHOTro audydepeHInpoBa-
HUS, TPAKTUYECKW HAKJIAJbIBaeTcd Ha Hee. Ha
puc. 5, 6 moxaszausl KJ[YP, moiy4yernnbie ¢ TOMOIIbIO
YeTbIpeX pPaCcCMOTPEHHBbIX METOJ0B YHC/IIEHHOIO
nuddepenupoBanus. Ilpu onpegenenunun CPTY
MEeTOIOM CeKyIlel Habaogaerca 60biIoi pasdpoc,
KCIIOIb30BAHUE MeToa AU(PPepeHIHaTbHbIX ITOIH-
HOMOB II0 TPEM TOYKaM STOT Pa3dpoc IPaKTUIECKH
He YMEHBIIaeT, a MeTo]] AuddepeHINaTbHbBIX IOTH-
HOMOB IIO IIITH U CEMH TOYKaM 3HAQYHUTEJIBbHO CIJia-
JHHUBaAET dKCIIEpUMEeHTa/JIbHbIe Pe3yJIbTaThl.
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Fig. 6. Results of testing a titanium alloy sample for FCGR: ¢ — KDFF; b — dependence of the crack length on the number of

cycles

Ha pwuc. 6 mpencraBieHsl pe3yIbTaThl UCILITA-
HUA TUTAHOBOTO cIiuiaBa. IHTerpanabHbBINA mapaMeTrp
TOYHOCTH ) HE€ I[PEBBIIIAET OIHOT0 IIPOIEHTA —
pacueTHOe YKCIIO0 ITUKIOB, COOTBETCTBYIOIIEE 3aBep-
HIeHUIO0 yCTOﬁ‘IHBOI‘O pocTa TpeluHbI, IIPaKTUYEeCKA
COBIIAIaeT C dKcrepuMeHTanIbHbIM. OmHAKO KOp-
penanus mexny CPTY u pasmaxom KUH =e 6omee
yeM yIOBJIETBOpHUTeNbHA (puc. 6,a), U pacueTHas
dyurnua uwmcna mukaoB N(a) Opu IIPOMEKYTOU-
HBIX 3HAUEHHUAX [JHMHBI TPEIIMHBLI @ CyIEeCTBEHHO
OTKJIOHAETCA OT JKCII€pHMEHTAJbHBIX 3HAUYCeHUH
(puc. 6, 6). Takum o6pasom, 6IU30CTH K HYJIO ¥ HE
rapaHTHpPyeT XOPOIIEero COOTBETCTBUS SKCIEPUMEH-

TanbHBIX pedyabraToB ucnbiTanus va CPTY wmare-
MaTUIeCcKOU MOJIeIHU.

Beibop meroma umciaenHoro audpdepeHInpoBa-
HHUSA BJIUAET HA TOYHOCTb OMIpPEAeeHUsd KOHCTAHT
IIspuca C u m. HUccmenoBareaun oTMedaioT, 4To s
OJTHOTO MaTepuaja WK KIacca MaTepHUaIOB B3auMO-
cBsa3b koHCTaHT 1g(C) u 1g(m) xopoiro onuceIBaeTcs
JVHENHOH 3aBUCUMOCTHRIO, T.e. Benuduubl C u n He
aBadaoTca HesaBucuMmbiMu [18 — 20]. Bomee Toro,
KOPPEIAIUI0 MEXKAY STUMH BEIUIUHAMHU IIPEJIO-
JKEHO HCIIOJIb30BATh B KAYECTBE KPUTEPUS KOPPEKT-
HOCTH ITOJIyYeHHBIX Pe3yabTaToB. B mamHoi pabore
corrocrasienbl 3asucumoctu m(C) Iy uccaenoBaH-
HBIX KJIACCOB CILIABOB, MOJyYE€HHBIE C HCIIOJbh30Ba-
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Fig. 7. Correlation of the logarithms of the constants of the Paris equation C and m for different methods of calculating FCGR

HHUEM Pa3HBIX METOMOB YHCIEHHOTO TUPPEpeHIn-
poBaHusd, a KOd(P(PUIHEHT JeTepMUHAIINN BHIOOPOK
lgim) u 1g(C) npunsaT B KayecTBe TPETHETO KPHUTE-
pus «IpPaBUIBHOCTH» BBIOOpPA METOJA YHCIEHHOTO
nuddepeHIupOBaHNS.

Ha pwuc. 7 mokasaHbl 3aBUCHMOCTH KOHCTQHT
ypaBuenusa Ilspuca m(C) B mBOHHBIX JorapudMu-
YeCKUX KOOPAMHATAX /Jid THUTAHOBBIX CILIABOB,
HHUKeJeBbIX ciuraBoB u cranu. Ha rpacduku manece-
Hbl 3HaveHws m u C, HoJydyeHHbIe HPHU pacyere
CPTY mo aBymM TOYKaM METOJOM CEKyI[ed H II0

ceMu TOYKaM MeTomoM audyepeHITHaIbHbIX ITOJIH-
HOMOB. B Tab6s. 2 mpuBenenbl K03(QUITUEHTHI fe-
TepMHUHAIUKA 118 BbIOOpok 1g(m) —1g(C), momyuen-
HBIX IIPH KCIIOJIL30BAHUU PA3HBIX METOIOB YKCIICH-
HOoro nudpepennupoanus miaa pacuaera CPTY.
Ilns Bcex Tpex pacCMOTPEHHBIX KJIACCOB CILIABOB
M3MEeHeHHe Crocoda YyucaeHHoro quddepeHIInposa-
HHUA BBI3bIBAET HE3HAYHMTEIbHbBIE KOJIEOAHHI KOI(-
(urmenTa merepMuHAINK, HE IIPEBBINIAIOIINAE Ofl-
HOTO TIPOIIEHTA.

Ta6mauna 2. 3aBucumocTsb Koppessanuu mexay 1g(m) u 1g(C) or merona urcaeHHOTO TU(HEPEHITUPOBAHMS

Table 2. Dependence of the correlation between log(m) and log(C) on the method of numerical differentiation

Merox nuddepeHIHaNbHBIX TOJIXHOMOB

Marepuanst R2 nns meTona cexyieit e p—— Fry—— prp——-
Turanossle CIIaBBI 0,9561 0,9568 0,9561 0,9546
Huxenessie criaBsr 0,8507 0,8518 0,8505 0,8468
Cranb 0,9521 0,9564 0,9504 0,9486
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3axjaroueHue

IIpoBenenubiii aHaau3 BANUSHUSI  METOJIOB
YHUCIeHHOTO au(pPepeHupoBalns Ha OIpeaese-
uue CPTY da/dN mossBoiumi chenaTh Cleaymoliue
BBIBOJIBI.

1. Yem Oosbllle BSKCIEPUMEHTATBHBIX TOYEK
ucoab3oBano s onpenenenus CPTY (da/dN); B
KaXKI0H TOYKe Q;, TeM MeHbIe pa3bpoc AaHHBIX U
BBIIIIE KOB(PPHUITHEHT [eTePMUHAIAHN.

2. Ilpu ompenenenun CPTY meromom mudde-
PEHIMATBHBIX TOJTMHOMOB II0 TPEM TOYKaM II0 CPaB-
HEHHWIO C METOMOM CeKyIl[eil He3HAUYMTEIhHO II0-
BeImaercs Koppemnsamua mexny CPTY u KUH (yse-
nuuuBaercsa R?) u Bospacraer pasHHIIA MEKIY pac-
YEeTHBIM U 3KCIEPUMEHTATHHBIM YHUCIAMH ITUKJIIOB,
COOTBETCTBYIOIIUX YCTOMYHUBOMY POCTY TPEIIHUHbI
(yBemumuenue ). Ilpu annpoxcumariuu CPTY wme-
TogoM auddepeHuaIbHBIX ITOJMHOMOB II0 IISTH U
ceMH TOYKaM HaOII0aeTcs CyIIeCTBEHHOe Criia-
JKMBaHUE DKCIEPUMEHTAIbHBIX NaHHBIX, COIIPOBOK-
IaeMoe 3aMeTHBIMH yBeaudeHueM R? u ymensblie-
HHEM Y.

3. BimsocTh K HyII0 HHTETPATBHOTO TTapaMeTpa
TOYHOCTH ) SBJIIEeTCA HEOOXOMMMBIM, HO HE [0CTa-
TOYHBIM KPHUTEPHEM XOPOIIETO COOTBETCTBUA pe-
synbrara ucnbiTanus Ha CPTY omwuchiBaroiieir ero
MaTeMaTHIeCKOH MOJeNH, TOTAA KaK COBOKYITHOCTb
napametrpoB ¥ u R? ogHO3HAYHO (hOPMHpPYET 3TOT
KpUTepUi.

4. Boeibop Meroma unciaeHHOro audydepeHIInpo-
BaHUA HEe OKA3bIBAET BIUAHUSA HA KOPPEJIAIHUIO JIO-
rapupmoB koHcTaHT ypaBHeHu: IIspuca C u m.
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IIpenmnosken MeTon pacuera HaAIPIKEHHO-Te(OPMUPOBAHHOTO COCTOSHHUS CJIOEB OPTOTOHAJID-
HO-apMHPOBAHHOTO TOJHMMEPHOTO KOMIIO3UIIHOHHOTO MaTeprasia Ha OCHOBE 3KCIEPHMEHTANb-
HO¥ UarpaMMsl 1epOpMHUPOBAHUA IPU OJHOOCHOM pacTskeHuu. CyTh MeTofia 3aKI0YaeTcs B
PEIIeHUH CUCTEMBI BYX YPAaBHEHHUH, ONMCHIBAIOIINX SKCIIEpUMEHTATbHbIE KPUBBIE 0, = f(e,) U
0, = f(e,), KOTOpOE TIO3BOJIAET ONPE/IENIUTH /IBA HEM3BECTHBIX IAPAMETPA, CBA3AHHBIX C CEKyIIH-
MU YIPYTHMH XapaKTEPUCTHKAME MAaTepuasa CI0eB. S3AKOH U3MEHEHHUsT OCTAIbHBIX HEHU3BECT-
HBIX [TAPAMETPOB 3a/1aeTCA IyTeM HPUHATHA JOILYI[EHUN O TOM, KAKUM 00pa3soM IIOIMMEPHBIH
KOMIIO3HUITMOHHBIA MaTepHall 1 ero cjiou aed)OpMHUPYIOTCS B IIporiecce HArpyskenus. [l mpose-
JIleHnsI pacdera HeoOXOIMMO 3a[aTh HAYAIbHbIE 3HAYEHUS YIPYTHX XapPaKTEPUCTUK OXHOHAII-
PAaBIIEHHOTO MaTepUaiia CI0eB, KOTOPBIE JOJIKHBI XOPOIIIO COTIACOBBIBATHCA C OIPEEIeHHBIMHI
W3 SKCIePUMEHTA HAYaIbHBIMI BeJIUMUMHAMU YIIPYTHUX XaPAKTEPUCTHK UCCIIEYEMOM CTPYKTYPBL.
ITo paspaboraHHOMY AIrOPUTMY HOIYIEHbI pACIETHBIE 3aBUCHMOCTY MEKIY CPEIHIMU HAIPS-
SKEHUAMH, neopManuaMy ¥ CEKYIIMMU YIPYTHUMH XapaKTEPUCTUKAMU CJIOEB CTPYKTYPBI
(0°/90°/90°/0°) mu3 crermoriacruka E-Glass/MY750 ¢ uCIonb30BaHHEM 3SKCIIEPUMEHTAIBHBIX
JAHHBIX, B3ATHIX M3 INTEPATYPHBIX HCTOYHHUKOB. PacueTsl, mpoBeeHHbIe /711 Tpex HaGopoB Ha-
YATBHBIX 3HAYEHUH YIPYTHX XapaKTEPUCTHE KCCIEyeMOro MaTepualia, IOKa3ali Ka9eCTBEHHO
OJIMHAKOBEIe pedyibraThl. [lomepeunoe pacraruBariee HanpsureHue B ciuoe 90° mocruraer Max-
CHMyMa B IIEPBOH IIOJIOBUHE AUArpaMMbl 1e)OpMUPOBAHUS, & 3aT€M CHILKAETCS 10 HyJsa. AHaso-
rMYHOE HanpskeHne B cioe 0° 1ocTuraeT MakCuMyMa B TOYKE PaspyIleHnsT UCCIeLyeMOM CTPYK-
TypblL. BhIsABIEHO, YTO MAaKCHMAIbHbIE PACYETHBIE 3HAYEHHS [TONEPEYHBIX HAPIIKEHUH, [EHCT-
Byromux B cnosx 0° u 90°, 3aMeTHO MPEBBIIIAIOT YKAa3aHHbBIH B ILyOIUKALVY IPYTUX aBTOPOB IIpe-
JieJT TIPOYHOCTH MaTepHasia [IPYU PACTSKeHUH TOIePeK BOMOKOH. IIpofjonbHOe pacTaruBaoiiee
Hanps:keHue B cioe 0° mocTUraeT MakCHMyMa B TOYKE paspyIleHus U cooTBercTByeT 95 % or
mpejiesia MPOYHOCTH MaTepUaa IPU PACTSKEHUH BI0JIb BOJIOKOH. [IpomonbHoe cixrmaroree Ha-
npsixerue B cnoe 90° HaxoAUTCA Ha HU3KOM YPOBHE Ha IMPOTSKEHUH BCETO IIporecca 1eopMu-
pOBaHUA HCCIEAYEMOH CTPYKTYPhI. Pesynbrarsl paboThl MOTYT OBITH HCIIOIB30BAHBI A7 paspa-
GOTKH MOJIeJIel TOBEIeHNs CI0eB C TPEIIMHAMY B MATPHUIIE IIPY HATPYKEHUH IIOJIMMEPHOT0 KOM-
MIO3UIIMOHHOTO MaTepraa.

KaroueBbie c/I0Ba: MOIUMEPHBIA KOMIIO3UIMOHHBIA MATEPUAT, OPTOrOHAIHHO-apPMUPOBAH-
HBIU JJaMWUHAT; quarpaMma 1ed)0OpMUPOBaHIS; HAIPAKEHHO-1e(DOPMUPOBAHHOE COCTOSTHIE; Pac-
YeTHaA MOJEeJIb; CEKyIIHe YIIPYTHe XapaKTEePUCTHKN; IIPeell IIPOYHOCTH IIPH PACTIIKEHIH.

CALCULATION OF THE STRESS-STRAIN STATE OF LAYERS
OF CROSS-PLY LAMINATE BASED ON AN EXPERIMENTAL STRESS-STRAIN
CURVES UNDER UNIAXTAL TENSION

© Aleksandr O. Polovyi,* Natalia G. Lisachenko
A. G. Romashin ORPE Tekhnologiya, 15, Kievskoye Shosse, 249031, Obninsk, Russia; *e-mail: polovy@mail.ru

Received March 27, 2023. Revised April 26, 2023. Accepted May 30, 2023.

A method for calculating the stress-strain state of layers of cross-ply laminate based on an experimental
deformation diagram under uniaxial tension is proposed. The essence of the method consists in solving a
system of two equations describing the experimental curves o, = f(e,) and o, = f(e,), which allows determi-
nation of two unknown parameters related to the secant elastic characteristics of the material layers. The
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law of change in the remaining unknown parameters is set by assumptions regarding deformation of the
polymer matrix composite and its layers during loading. To carry out the calculation, it is necessary to set
the initial values of the elastic properties of the unidirectional material of the layers, which should be well
consistent with the initial values of the elastic properties of the structure under study determined from
the experiment. According to the developed algorithm, calculated dependences between average stresses,
deformations and secant elastic properties of the layers of the structure are obtained (0°/90°/90°/0°) made
of fiberglass E-Glass/MY750 using experimental data from the literature. Calculations carried out for
three sets of initial values of the elastic properties of the material under study showed qualitatively identi-
cal results. The transverse tensile stress in the 90° layer reaches a maximum in the first half of the
stress-strain diagram, and then decreases to zero. A similar stress in the 0° layer reaches a maximum at
the failure point of the structure under study. It is revealed that the maximum calculated values of trans-
verse stresses acting in layers 0° and 90° noticeably exceed the transverse tensile strength of the material
specified in the literature. The longitudinal tensile stress in the 0° layer reaches a maximum at the failure
point and corresponds to 95% of the value of the longitudinal tensile strength of the material. The longitu-
dinal compressive stress in the 90° layer is at a low level throughout the deformation process of the struc-
ture under study. The results of this study can be recommended for developing models of the behavior of
layers with cracks in the matrix when loading a polymer matrix composite.

Keywords: polymer matrix composite; cross-ply laminate; stress-strain diagram; stress-strain state; cal-

culation model; secant elastic properties; tensile strength.

Beenenune

CoBpeMeHHbIE MOJETH pacyeTa HAIPAKEHHO-
nedopmuposannoro cocrosuusa (HIC) muorocmoii-
HBIX IOJUMEPHBIX KOMIIO3HUIIMOHHBIX MATEPHAIOB
(ITKM) y4uThIBalOT M3MEHEHNE [IOBEJeHUT UX CI0EB
TP HATPYKEHUU — I10CI€ BO3HUKHOBEHUA TPEIIUH
B marpuile. Kak mpasuiio, 970 peanusyercs B BHIE
Mopenu aerpaganuu coiicts IIKM, onpenensiorneit
3aKOH M3MEHEHUs CEeKYIIUX WU KacaTelbHbIX YIIPY-
TUX XapaKTePUCTHK CIOEB B 3aBUCHUMOCTHU OT UX Te-
KYILIEro COCTOSTHUS, HAIIPUMED, OT YPOBHS Hedopma-
VY U HAIPAKEHUN MWW OT HAJIUYUA W IJIOTHOCTHU
pacupenenenus TpeiuH B mMarpuie. JlamHOoMy BO-
MPOCY TIOCBAIIEHO 6OJIBIITOE KOJIMIECTBO HUCCIeI0Ba-
HHUU, B ToM umcie [1 - 22], 4To, ¢ OMHOW CTOPOHHI,
CBHJIETEILCTBYET 00 aKTyaJIbHOCTH W BOCTPEOOBAH-
HOCTH YKA3aHHOHW TEeMBI, a ¢ APYyrod — 06 OTCyTCT-
BUH OOIIENPU3HAHHON YHUBEPCAIHHOM MOJIeIH,
IOCTATOYHO XOPOIIO OIKCHIBAIOIIEH pPa3IuIHbIe
ciIydyau HarpyskeHus pasHoobpasubix [TKM.

OpxHoit 3 mpobIeM, BO3HMKAIOIIUX IIPU paspa-
00TKe MOJIeT! TIOBEIEHUA CJIOSA C TPEIIUHAMY, ABJIA-
ercsi TpyAHoCThb mpsimoro onpeznenerus HJ[C kasxmo-
ro u3 cioes ITKM B mporiecce skcnepumenta. OgHa-
KO IpYU HAJIWYHUH SKCIEPUMEHTAIHHOU [HarpaMMbl
medopmupoBanus [IKM ¢ oTrHOcuTeabHO MHpPOCTOMH
cTpyKTypoii paccuntath HI[C ero oTmenbHbIX ClI0EB
BO3MOKHO.

B mammuoit pabore paccmaTpuBaercs Ciydai of-
HOOCHOTO PACTS:KEHHs MaTepuaia Buoiab ocu X (CoB-
majgaer ¢ HamnpasieHueM apmupoBamms 0° ITKM),
KOTOPOE OITMCHIBAETCS IBYyMs YPABHEHHSIMH B IIps-
MOYTOJIBHOM cucTeMe KoopauHaT XY, yCTaHABIIH-
BAOIIMMHU CBA3b MEXKAY CPETHUMH aedopMaIiuamMu
&, &, u HanpmxeHuem o, IIKM dgepes ero cexymue
yIIpyTHe XapakTepUCTHKH (MOIyab ymnpyroctu E, u
xoaurment Ilyaccona v,,):

e = 0,/E,; e, =, 0,/E, = —v,8,. @h)

[Ipenmomaraercs, uro B mporiecce medopMUpO-
Bauud [IKM BosHuEKaIe B €T0 CI0AX MTOBPEKIE-
HUS PACIPEIeNISIOTCI PABHOMEPHO M0 BCEMY 00be-
Mmy. B aTom ciayuae cekyliue ynpyrue XapaKkTepucTy-
KU B KQKIOH TOYKE AMATPAMMBI J1e()OPMHUPOBAHUS
IIOKa3bIBAlOT TEKyIIWH CpefHUIl YpOBEHL CBONCTB
MaTepuasa, C IOMOIIbI0 KOTOPBIX IT0 COOTHOIIIEHUAM
MexaHuku MHorociouHbix [TKM paccuntsiBatorcs
cpelHHe HANpsKeHus U gedopMaiui B ciaoax (6es
yuera KpaeBbIxX 3(D(PEKTOB).

Cucrema ypaBuenuii (1) mo3BojsgeT B Kammou
Touke auarpammbl aeopmuposanusd [IKM Berawuc-
JIUTH J[Ba HEM3BECTHBIX MapameTpa. SaKOH W3MeHe-
HHS OCTAJbHBIX HEeW3BecTHhIX mapamerpoB [IKM
He00X0UMO 3a/IaTh MyTeM MPUHATHA JOMYIIEHWH 0
ToM, kakuM obpasom IIKM u ero cmou medopmupy-
I0TCA B IIPOIECCEe HATPYIKEHHU,

B kavecrtBe SKCIIEpUMEHTANBHBIX JAHHBIX WHC-
H0Jb30BaHBI KpUBbIE 0, = f(e,) u 0, = f(g,) Tuarpam-
MBI 1e(DOPMHUPOBAHUA IPU OJHOOCHOM PACTKEHUH
crernomractuka E-Glass/MY750 Ha ocHOBe crek-
JAHHBIX BOJOKOH Silenka E-glass u smoxcumgmoro
ceasytomero MY750/HY917/DY063 co cTpykTypoi
(0°/90°/90°/0°), mpemcTaBieHHbIE B paMKaX MEKIY-
mapoguoro mpoekxra “Third World-Wide Failure
Exercise” (WWFE-III), mocBaIieHHOTO CPaBHUTETh-
HOU OIlEHKe Pa3IMYHbIX MOjiened 1ed)OpMUpPOBAHUS
u paspymenus [IKM [2, crp. 85, ta6a. 14]. B yxa-
3aHHOM paboTe TakKe MPUBOAATCA SKCIEPUMEH-
TaJIbHbIE 3HAYEHUS (PUBMKO-MEXaHHYECKUX Xapak-
repuctuk (PMX) HCHOIB30BAHHBIX APMHUPYIOIIHX
BOJIOKOH [2, Tabm. 2, crtp.37], cBasymwoiiero [2,
Tabi. 3, crp. 37] ¥ BBHIIOJIHEHHOrO M3 HUX OHOHA-
ImpaBJIeHHOro Marepuaia [2, ctp. 36, Taba. 1].

Breibpannble s mccieqoBaHUA CTPYKTypa Hu
pun Harpy:xkeausa [IKM 1mo3BOJAIOT HMCKIIIOUUTH W3
PacCMOTpeHUs CIBUTOBbIE KOMIIOHEHTHI HAIPSIKe-
HUH U qedopMalinii, YTO yIpoIaeT 3ama4dy oupemie-
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Fig. 1. Correction of the initial stress-strain curve

merusa HJC cioeB u coxparaer obiee KOJIHIECTBO
HEUW3BECTHBIX ITapaMeTpPOB.

KoppekTupoBKa HCXOXHOH THATPAMMBI
nedopMupoBaHHAI

Ananus WMCXOMHOH auarpammbl aedopMupoBa-
HHUA TOKA3aJI, YTO HavYaJbHble YUaCTKU KPUBBIX, SIB-
JITIoNIecd MPaKTUYeCKU IMHEHHBIMU TPU 3HAYEeHU-
ax Hanpsuxenus po 100 MIla, me mpoxomar uepes
Hauajao KoopauHat (puc. 1). B cBsisu ¢ stum Obuia
IIpoBeieHa KOPPEKTUPOBKA MUAarpaMMbl IIyTEM H3-
MEeHEeHWs 3HaUYeHuH ne)opMaIiuii Ha BeIUIUHY CMe-
IeHUsA WCXOMHOM KPWUBOU OTHOCUTEIBHO HYyJIE€BOU
roopauHatel — Ha 0,018 % BmpaBo mma e, (cm.
puc. 1, a) u Ha 0,007 % BnEBo An7 €, (cM. puc. 1, 6),
HAKJOH KPUBBLIX He m3MeHAsncda. llambHeinue wuc-
CIeI0OBAHUS IIPOBOJUINCH 110 OTKOPPEKTHPOBAHHON
nuarpamme n1ed)OpMUPOBAHUS.

3amanve HAYAJIBHBIX YIPYTHX
XapaKTepHCTHK MaTepHaja

Haxmoubl HAYaIBHBIX YIACTKOB KPUBBIX DKCIIE-
PUMEHTATBHON JUarpaMMbl 1e(pOPMHUPOBAHUS COOT-
BETCTBYIOT CIEYIOUINM 3HAYEHUAM YIPYTUX XapaK-
tepuctuk ucciexyemoro ITKM (Bepxuuit uamexc 0
0003HaYaeT HAYAIbHOE 3HAYEHHE BeITHUHMHbI):

E? = 32,3 TTla; v9, = 0,139. 2)

B pa6ote [2, cTp. 36, Taba. 1] mpexcTaBieHbI SKCIIe-
pUMEHTAJIbHbIE 3HAYEHWS MOIYJeH yIPYyroCTH
Brons (E) n nonepex (E ) BomokoH, a raxxe kKoad-
dunmentTa Ilyaccona vY, onronanpasnennoro mare-
puana E-Glass/MY750:

E® = 45,6 TTla; E? = 16,2 I'la;

v0, =0,278. 3)

Pacuer 1m0 COOTHOIIEHWAM MEXaHUKH MHOTOCIIOH-
ueix ITKM [1] ¢ ucnonbp3oBanuem (3) maer ciaemyro-
[[He 3SHAYEHHUS:

E? = 31,1TTa; v9, = 0,146. ()

Ornvurie MeXAy 3HAYEHUSMH XapaKTEPUCTHK
(2) u (4) cocrasisieT He 6onee 5 %, OMHAKO HUCIIONb-
30BaHHE B pacueTax UCXOTHBIX BeawduH (3) mpPHUBO-
IuT K ToMmy, 4Tto B cimoax 0° m 90° mccnemyemoit
CTPYKTYPBI ITOJIyYAKOTCA CYIIECTBEHHO pasHble Ha-
vanbHble 3HaYeHus Monynst EQ: mus mepsoro cmos
— 7,9 I'la, a g Broporo — 19,1 I'Tla. Takyro pas-
HUILYy HeJIb3s OOBICHUTH AJIS IIeJIbIX CIIOEB, BBIMOJ-
HEHHBIX W3 OJMHAKOBOIO Marepuaja. B cBi3u c
STHM HAYa/IbHbIe XapPaKTePHUCTHEN ONHOHAIIPABIICH-
Horo marepuaina (3) Tpedyor yrounenud. J[ 1 5Toro
KCIIOJIb30BAJIA CBSI3b MEWKIY TEXHUYECKMMH IIOCTO-
SIHHBIMH YIIPYTOCTH ¥ KOMIIOHEHTAMU MAaTPHUIIBI Ke-
crroctru [IKM:

(g2
EQ=g% ———=8% -vh8d;
Yy
0
g
Y= (5)
gyy

B ob1em cayuae fis OpTOroOHATBHO-APMUPOBAH-
voro IIKM, cocrosiero us cmoa 0° (BepxHuit HH-
aexc «1») u cmoa 90° (BepXHHUE MHIEKC «2») ¢ OTHO-
curenpubivu Tommuaamua A w AP =1-hD co-
OTBETCTBEHHO, KOMIIOHEHTBI MATPHUIIBI IKECTKOCTU
IIKM BwIpasaioTcsi yepe3 KOMIIOHEHTHI MATPHIIHI
JKeCTKoCTH cnod [1]:

ggx :g&ﬁ(l) _,_ggz(l_ﬁ(l));
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gay =8h 'V + gl A-hY) = gfy;
gy =8phW + gl A=A ). 6)

KoMIoHeHTBI MATPHIIBI KECTKOCTH CJIOS CBSI3AHBI C
€ro yIpyTUMH XapaKTePUCTUKAMT:

0 0,,0
go — El ,go — E Va1 =g0 V0 .
11 1—\/0 V() ’» 812 1—\/0 0 11 " 21°
12 " 21 12 " 21
0 0 0
g0 — E, — g0 Ey — g0 Vo %
22 1-v0 0 11 o 11 V0 :
12 " 21 1 12

Iloacrasasa (6) u (7) B (5) u mpoBexs mpeobpasosa-
HUS, TIOJIYIUM:

(1 h(l)) 0;7(1))
0 1-hRM)_ 2;;(1))’

EO(V (1 v12 xy
EY -

0h(1)+v MEE v

1295

o ENVERA-RM)
By = oo ®
Vig — Vayh

Bripaikenus (5) — (8) cmpaBemyuBbI mpu ciie-
OYIOIIUX TOMmylneHusx o nedopmuposaunu [IKM u
€r0 CJIOEB HA HAYAIHHOM YIACTKE HATPYIKEHU:

Bce caou [IKM medopmupyroTcs COBMECTHO H
MMEIOT OJWHAKOBbIE HAYalbHbIE YIPYTHe XapakTe-
pucturu EQ; EQ; vY,;

OTHOHATIPABJIEHHBIN MaTepuaa KaKIOTO CJIIOS
pacTATUBAETCA U CKUMAETCS BIOIb U IOMEPEK BOJIO-
KOH C OJMHAKOBBIMH MO,lIyJIHMI/I ynpyroctu: K =
=E{ =E),E; =E; =EJ,

VIS KAKIOTO CJIOS BBITIOJHAETCS YCIOBHE CHM-
MEeTPHUM MATPHUIIBI KECTKOCTH OIHOHAIPABIEHHOTO
marepuana: EXv) = EJvY,.

Takum ob6pasom, uMeroTcd aBa ypaBHeHus (8) u
TpU HEU3BECTHBIX. B aTOM Cciiyuae MOKHO HO,Z[O6paTL
6eckoHeaHOe MHOxecTBO HaGopos E, E2 vY, koro-
pble OyAyT yIOBIETBOPATH 3HaquHﬂM (2). Takoit
mo160p MPOBOJAT IMyTEM 3aJaHUs OJHOM M3 Xapak-
TEPHCTHK, HanpuMep VvY,, ¥ BBIYHCIEHHS OCTAIb-
HBIX.

B 1es151x OTleHKYM BIMSHUSI HAYATbHBIX 3HAYCHUH
yupyrux xapakrepuctuk Ha pacderHoe HJIC cnoes
MPUHUMATH BO BHUMAHHWE, YTO MJIA HCCIELyeMOMH
crpykrypsI (0°/90°/90°/0°) oTHOCHTENBHAS TOJIIUHA

cioee 0° u 90° B IIKM opumakosas (hV =
=h? =0,5), u BeIOupanu Tpu Habopa — (a), (6),
(B) — HavYaNbHBIX 3HAYEHUH YIPYTHUX XapaKTepH-
ctuk (cM. TAGIHUILY), YIOBAETBOPSIONINX 3HAYECHUIM
(2). Hanuble HAOOPHI B JHOCTATOYHO IIXPOKOM [IHAa-
IIa30HE€ BAPBHPYIOT HA4YaJIbHbIE 3HAYEHUA YIIPYTHUX
xapakrepuctuk Marepuana E-Glass/MY750. na
Kaskmoro Habopa mposeneH pacuer HIC cmoeB u
IIKM, a Tak:xe BBIIOJHEH CPABHUTEIbLHBIN AHAIN3
TIOJIy9eHHBIX Pe3yIbTaTOB.

Ypasuenua aiaa pacuera HJIC ciaoer IIKM

Ilnsa oproronansuo-apmupoBaunuoro ITKM cpen-
HEe aeopMaruy B cucreMe KoopauHat ciaoeB 0° u
90° ompegmenaoTca uepes cpenuue medopMaIinuu
IIKM:

D) _.2 —
g TeyT =
1) _ (2 —

ey =el? =¢, 9

Cpennue HampskeHUsd, AeHCTBYIOINE B i-M CJIOE B
ero cucreMe KOOPAWHAT, COCTABIIAIOT:

(t) _g(z)g(t) +g(z) (z)
(l) — (l) (l) (@) (l)
=818 T 8585
@=1;2). (10)

HcnonpsoBanubie B (10) KOMIIOHEHTHI MATPHUIIBI JKe-
CTKOCTH I-TO CJIOS BBIPAKAIOTCA Yepes3 ero yIpyrue
XapaKTepPUCTUKU coraacHo (7), Ipu KOTOPBIX Bepx-
Hui uHpexc «0» s3amensercsa ungexcamu (1) u (2) co-
oTBeTCTBeHHO 111 caoes 0° 1 90°.

Cpenuue manps:xenus, gercryiomnue B [TKM,
MOJKHO IIPEICTaBUTD Yepes3 HaIIPIKeHUs, 1eHCTBYIO-
II[¥e B CIIOSAX:

—~DLpa (2) 7, (D).
o, =c’rV +6P A -nV);
o,=cPhV +5P1-AD)=0. (11)

Jna BeMHCIEHUA CPefHUX HANPIKEHUU B CI0AX
(11) HEO6XOMUMO B KAKAOH TOYKE DKCIEPUMEHTATb-
HOH quarpaMmmbl 1eOpMHUPOBAHUS OMPEIEIUTh Ce-
Kyll[ie yIpyrue XapaKTepHUCTUKH CIOeB Yepe3 aHa-
smornunbie xapakrepuctuku [IKM. Mcoonbsyem co-

Hab6opsr (a), (6), (B) HAuanbHBIX YIIPYTruX Xapakrepuctuk marepuana K-Glass/MY750
Sets (a), (b), (c) of the initial elastic properties of the material (E-Glass/MY750)

O6o3sunauenne Habopa E), I'lla [nponent or 3Hadenus (3)]

EQ, I'lla [npouent or 3Hadenus (3)]

va [mporenT ot 3Hauenus (3)]

(a) 45,6 [100 %]
(6) 47,9 [105 %]
(B) 49,7 [109 %]

18,7 [115 %]
16,2 [100 %]
14,3 [89 %]

0,239 [86 %]
0,275 [99 %]
0,310 [112 %]
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OTHOIIIEHUS MEKIY TEXHUIECKUMU ITOCTOTHHBIMY YIIPYTOCTH U KOB((PUIEHTAMH MATPHUIIBI JKECTKOCTH OPTO-
TPOITHOTO Marepuaja:

(g,,)? (842
Ex =8xx— =8xx— xygxya =8y~ = 8yy — VyuSxy>
Yy xx
Vay = gxy/gyy; Vyx = gxy/ o OX Vyx = Eyvxy- (12)

Boipasum rommonerTsr maTpurlsl skectroct [ITKM depes cooTBeTCTByOIIIE KOMIIOHEHTBI MATPHUIIBI JKECTKO-
ctu croeB 0° u 90°:

8o =8VRW 4 g2 -RW); g, =gVhW + g2 A -hV); g, =gVRD + g A-RW). (13)

ITocie momcranoBku (13) B (12) 1 mpeo6bpasoBaHUi MOJYUHUM CHCTEMY YPABHEHMUI:

(2)

v _

21 (2) _p Dy = .
o@ a- VayVia A-hrWP)=E_;
Vi2

1 1 2
gV A —v, vIHED 4 g

(D)

v —
gy 3(v® v )h W +gP (v —v A -hY)=0. (14)
Viz

Hcnonsayem napamerpsl apekTUBHOM xecTrocTH i-ro caod ITKM mo anamoruu ¢ paboroii [1]:

(L) V(t)

W(lz) EO — ,W(ll) f(g(z) ); g(L)r_g(l) +V(2L:)l (1l)’
1 12
(L) V(L) ) ) ) o
vy = = vy =fE e =eg) wvinel? (= 152). (15)
5 Vo

ITapameTpsr \y(ll u \|1(2‘) TIOKa3bIBAIOT TEKYITUH YPOBEHb CEKYIUX YIPYTHX XapaKTePUCTHUK i-TO CJIOA CO-

OTBETCTBEHHO BJ[0JIb U IOIIEPEK BOJOKOH. SHAUYEHWEe ImapaMerpa, paBHoe 1, COOTBETCTBYyeT HAYAIbHOMY 3HA-
YEeHHUIO YIIPYTOU XapaKTepUCTUKH, a 3HadeHne ) — COCTOAHHUIO CJI0A, IPU KOTOPOM OH HE CII0COOEH BOCIIpH-
HUMAaTbh HATPY3Ky B paccMaTpPUBAEMOM HAmpaBieHWH. PaBeHCTBO mapaMeTpoB 3(p(PeKTUBHOM KECTKOCTH IS
CeKyIINX MOMyJei ympyroctd u KoaddummentoB [lyaccoHa cOOTBETCTBYIOIMX HAMPABIEHUM CIEIyeT W3
BBITIOJTHEHUS yC.TIOBI/IH CHMMETPHUH MATPHUIIBI KECTKOCTH OJHOHAIPABICHHOTO MaTepHaa: E(‘)v(‘) =K ;i)vgg.

ITapameTpsnl \y(f) oy 2 COOTHOCATCA IPYT C APYTOM CIEIYIOIINM 00pasoM:

0y, (D) (2 (%)
G) _ Elyy (L) 811 El\Vl

8i1 =
_ (l) (2) 0 (2),,, (D)
1 V12‘4’1 21"’2 V12V21g11W1

@ =1;2). (16)

Uz (14) — (16) momyyum BhIpaMKEHU I pacuera \V(‘).

12\|1(12)(E0(v 1- h(l))+v \If(l)h(l)) Ev )

1 _ .
0B (Vo vy + A = v R D) _Ex(V12)3W(11)‘V(12))

Vo

% (B, El\y(ll) (vxyvgzw@) AL-hAD)+ DY)

: 17
9, (Eo(1- vmwﬂwv A=) +v0y ) —AD)+ E (v%)2y?)

Vo

Ilna onpenenenus ' cremyer samats momomEmMTENBHBIE ycnosus. HabmiofeHus MCIBITAHMIE W Teope-
trdeckuil ananusd HJ[C npu pacrasxenun oproronanbHo-apmupoBanHoro ITKM cBuzerenbcrByoT o cie-
IYIOIIIEM:

crou 0° u 90° Haxozgarca B aByxocHoM HJ[C: B cioe 0° mefCTBYIOT pacTATHBAOIINE HATIPAKEHUA BIOIb U
IIOIIEPEK BOJIOKOH, a B ciioe 90° — CiKUMAIOIKe BIOJIb BOJIOKOH M PACTATHBAIOIINE ITOIIEPEK BOJIOKOH HAIpA-
SKeHU, IIPU 9TOM WX CyMMapHBIN ypoBeHb B cioe 0° 3HAUUTEIBHO BEIIIE, 4eM B ciioe 90°;
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ciaou 0° m 90° cOBMECTHO BOCIIPHUHHUMAIOT BHEIII-
HIOI0 PACTATHBAIOLIYI0 HATPY3KY, IIepepacipeneisis
ee Me:Kay co0OM IIPOIOPIIMOHAIBLHO CBOEH JKECTKO-
CTU B HAIIPaBIIEHUU HATPYKEHUT;

B Cllydyae CHIKEHUA IIOIEPEYHBIX YIPYTHUX Xa-
paxrepuctuk cinog 90° mo Hyad BHEIIHIOI HATPY3KY
BOCIIPHHHUMAET TOJBKO co 0°;

B HAIIPAaBJIEHUU IIOIIEPEK IPUIOKEHUA HaArpys-
KM Hamps:KeHud, aericrByooriue B cioax 0° u 90°,
YPABHOBEIIUBAIOT APYT Apyra (3HaYeHWs IIPOIOop-
IIHOHATBHBI JKECTKOCTH CJIOEB B PACCMATPUBAEMOM
HAaIIpaBJIE€HUY U IIPOTHUBOIIOIOKHBI 110 3HAKY);

Ha TPOTSKEHUHM BCETO IIpOIlecca Harpy:KeHUd
HCCIIeyeMON CTPYKTYPhI YPOBEHD CKUMAIOIUX Ha-
MIPSSKEHUH BAOJH BOJIOKOH B ciioe 90° ocTtaerca HU3-
kuM (He 6osee 10 % ot mpepesa IPOIYHOCTH).

Hcxomsa us BhIIEyKa3aHHOTO, OBLTH 3a/1aHbI CJIe-
IYIOIIKe YCIOBUI:

IIPOAOJIbHBIE YIIPYTHE XapaKTepUCTUKHU caosa 90°
Ha TPOTSKEHUU BCETO Tporiecca 1eOpMHUPOBAHUS
IIKM coxpaHAIOT CBOM Ha4YaJbHbIE 3HAUYEHHST
(y{? =D

MPOOJIbHBIE yIPYTHe XapakTepucTuku cios 0°
COXPAaHAIOT CBOM HAYAJIbHbIE 3HAYCHUA (\p(l) 1) no
TeX TOp, ITOKA MOIepeYHbIe YIPYTHue XapaKTepPUCTH-
ku ciog 90° He cTaHYT IPUHUMATDH OTPHUIIATEIbHBIE
sravenns (y'? < 0), B moCIeHeM ciTydae IPUHIMA-
ercd \4/22) = (0, a mapametp \yll) CTAHOBUTCA Iiepe-
MEHHBIM.

YKazaHHBIE YCIOBHUSI OTYACTH MOTYT OBITH He-
KOPPEKTHBIMH B CUTYaIlHH, KOT/[a IIPOIIECCHI TPEeIH-
HooOpazoBauus B ciaoax 90° u 0° okaspIBAIOT CyIIle-
CTBEHHOE BIWSHHE HA CHIKEHHE MPOAOJIbHBIX YII-
PYTHUX XapaKTePUCTHK CMEKHBIX CJI0EB, B TOM YHCIIE
[I0 HACTYIUIEHUA yCIOBUA \u(22) < 0. Taxk, Hampumep,
B [23] mokasaHoO, 4TO IIpU LIUKJIMYECKOM Harpy:xe-
HUM OpPTOrOHanbHO-apMupoBaHHbIX ITKM B Mecrax
PACIIONIOKEHNA IIOIIEPEYHBIX TPENUH B ciaosax 90°
00HAPYIKEHbI JIOKAIbHBIE PA3PHIBBI BOJOKOH CMEIK-
HbIX cimoeB (°, KOTOpbIE CHIKAIU IIPOJOJIBHBIE
MIPOYHOCTHBIE W YIIPYTHE XapaKTePUCTHKHU II0CTIe]-
Hux. Kpome TOro, mpu OOJBIIMUX ITHUKIAX HATpPYy:Ke-
HuA Bo3HUKIHE B ¢10ax 0° u 90° mpoorbHbIE U TI0-
IIepeYHbIe TPEIUHBI B MECTaX CBOETO IIepecedeHus
MPUBOIWIN K 00pPa30BaHUIO JOKAIBHBIX MEKCIIOe-
BBIX PACCIIOCHWH, B 9TOM CJIydae JAOIYyIIeHHe O CO-
BMecTHOCTH medopmupoBanua cioes IIKM B srux
MeCTax He BBINOJHAETCH. JTO 3HAYUT, YTO PE3yIbTa-
61 pacuera HIIC cioeB B KOHEYHBIX TOYKAX AHA-
rpaMmbl 1e(DOPMUPOBAHUA MOTYT OBITH MEHEee J0C-
TOBEPHBIMH, UeM B HaualbHbIX. Kak orMeuyamoch pa-
Hee, B paMKax JaHHOH paboThl pacCMaTPHUBAETCS OC-
penuennas kapruaa HJ[C cmoeB, B KOTOpBIX JIO-
KaJbHbIE Je(PeKThl PABHOMEPHO PACIIPEIEIEeHbI 110
Beemy oobemy ITKM. Jlia ananusa BIUSHUSI CHUKE-
HHSA IIPOJIOIBHBIX YIIPYTHX XapaKTepI/ICTI/IK cnoa 0°
Ha pe3yJabTaThl pacqua MO?KHO 3a1aTh \y <1 no
HACTYIUIEHUS YCIOBUA \4/2 <0.

B coorBeTcTBHUM C BBINIEH3TIOKEHHBIM IIPHU pac-
vere HJIC uccmemyeMoii CTPYKTYPBI B KAWKION TOUKE
IrarpamMMbl ;:e(bopMHpOBaHHﬂ Ha TIePBOM HTare 3a-
IaroTcs ‘V(1) 1, a ‘V)z paccuutsBaroTca mo (17).
Ecmu momygaerca vy, >0, To BBEIMHCTIEHHA B JaH-

HOM TOYKEe CYHTAIOTCA KOppeKTHbIMH. Kcawm
\4/(22) < 0, To mpuHUMAaeTca \y(22 =0, a\v(l) u \V(QD Ie-
PECYUTHIBAIOTCA II0 CIEAYIOMIUM (DOpMyJIaM:
W 1 _ E X .
7 3 )
1 E{)(nyv&w(lZ)(l_h(l) +h@®)
W E,-Ely (1);;(1) 0
Ve (1) (E V EOV h(l))

Jl71 oIleHKH YPOBHA CEKYIINX YIPYTHX XapaKTe-
puctuk IIKM B mporiecce ero Harpy:XeHus 0 aHa-
JIOTHU CO CJIOSIMU BBOJATCA IapaMeTpsl 3pQeKTHB-
HoM xectroctu [TKM:

E, E, Vay Vo
Vg, =—55VE ==V, =55 Vy, =5 (19)
E? ' E? *ovy, v,

Aaropurm pacuera HIAC ciaoes IIKM

HIC cmoes IIKM paccuutbhiBaeTcsi COIIacHO
MIPUBEIEHHOMY HUKE AJITOPUTMY.

1. Ha skcmepuMeHTAIbHBIX KPUBBIX AMATPaM-
MbI fepopmupoBanus ucciaexyemoro IIKM (mpu me-
00XOIMMOCTH OTKOPPEKTHPOBAHHBIX C YIETOM OCO-
OGeHHOCTEHN MPOBEJIeHUs WCIBITAHUA U OIUOOK U3-
MepeHus [24]) ¢ OTHOCUTENHHO HEOOJBIINM IIATOM
BBIOMPAIOTCS TOYKHU CO 3HAYECHUAMH AedopMaIiinii €,
U £, ¥ HAIpssKeHus o,. B paccmaTpusaemom npume-
pe IIar COOTBETCTBYET TabIUUYHBIM 3HAYEHUAM, TTPHU-
BelleHHBIM B [2, cTp. 85, Tadm. 14].

2. JKCIEePUMEHTAIBHO onpe/:[emnoTCH Ha‘{aﬂb—
Hble 3Ha4eHus ynpyrux xapakrepuctuk EY, EJ v),
OIHOHAIIPABJIEHHOI0 MaTepuaja, W3 KOTOPOTO BbI-
noaens! ciou [TKM. Ilo HakmoHY HAYANIBHBIX yda-
CTKOB SKCIIEPUMEHTAIBHBIX KPUBBIX HeopMupoBa-
uus o, = f(g,) u 0, f(e ) OIIpenesAIoTCA 3HAYEHUS
Ha‘IaJILHBIX yupyrux xapakrepuctuk [IKM — E? u

xy. Ecnu B pesynbrare pacuera HI[C cioes na ua-
YaJIbHOM Y4YacTKe IIOJy4YalOTCA CYI[eCTBEHHO pas-
Hble 3HAYEHWS YIPYTUX XapaKTepuctuk cioes 0° u
90°, To 1o (8) 3amarTca HeCKOJIbKO HAOOPOB HAYAIb-
ubix sHavennid £ EJ, v), nns onenkn ux piusaus
ua pacueruoe HJIC cimoes u IIKM.

3. Ilnsa rammoro Habopa HAYAIbHBIX 3HAYCHUH
YIPYTUX XapaKTePUCTUK OJHOHAIIPABIEHHOTO MaTe-
puasa BO BCeX TOYKAX AUATPaMMBbI ned)OpMUpPOBa-
HUS PACCIUTHIBAIOTCS CIIEAYIOIHE IapaMeTPhI:

_ cpexHue nedopMaliy ClIOeB 8(1L), s<2‘) mo (9),
sﬁ‘) 8 5<2‘) "— 1o (15);

cekymue ynpyrue xapakrepuctuku [IKM E,, v,,

us (1);
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\41(2” — 1o (17) mpu \y(l’) =1; ecnu \y(22) <0, To0 6opos (a), (6), (B) HAYAIBHBIX 3HAYEHUU YIPYTHX

MIPUHUMAETCA \4/(22) = 0 ¥ OPOBOJUTCA TIEPECUET \4/(11)

I/I\|I(21) o (18);

_CeKyIue yIpyrue XapaKTepHCTHKH cloeB E {i) ,
EY V), vl — mo (15), npu sToM A0mEKHO CObITIO-
natsea cootHomenwe E\V v = EY v

_ JeficTByIOIIMe B CI0AX CpeJHHe HAaNpAKeHHd
G(ll),G(Zl) — mo (10);

neticreyromue B [IKM cpenuue HanpsxeHus o,
u 0, — 1o (11), Ipu 3TOM O, JOMAKHO COBIIACTD C BKC-
IepUMEeHTATbHBIMY 3HAYeHUAMH, a 0, = 0;

cekymue yrnpyrue xapakrepuctuku IIKM E,, E,,
Viys Vyx — 10 (12), mpu atom E,, v,, NOIKHBI COB-
rmacth ¢ (1), a TakiKe He0OXOUMO BBIIIOJIHEHNE COOT-
Homenus Ev,, = Ev,;

mapamerpbl 3(QderTuBHON KecTtkoct I[TKM
Vg VeV, V¥, — 1o (19).

[IpenmoxeHubIi aJITOPUTM MOKET HCIIOIb30-
BaThCS VIS OPTOroHANbHO-apMupoBaruoro ITKM c
JM00BIM COOTHOIIIEHWEM OTHOCHUTEIbHBIX TOJIINH

cioes 0° u 90°.

PesyabTaTrsl pacuera HJIC cioes IIKM

Ha puc. 2 -9 mpencraBieHbl pacuyeTHble 3aBHU-
cumoctu HJIC cmoes u IIKM co crpykTypoit
(0°/90°/90°/0°) Tip¥; OAHOOCHOM PACTSKEHWH I Ha-

xapakrepuctuk wMarepuama E-Glass/MY750 (cum.
TabauILy): o

HaIPTKEHNUH O, 0(1‘) ,0(2‘) ot medpopmarnuii €, (cm.
puc. 2,3) u a(l’)’,s(zl)' (cMm. puc. 4 — 6);

mapaMeTpos Vg , Vg , W, , V,, OT Aedopua-
1 €, (cM. puc. 7); '

apamMmeTpoB \u(f), \;/(2‘) or medopmanui €, (cwm.
puc. 8) me{"’, e}’ (cm. puc. 9).

AHan3 MOJyUYeHHBIX PEe3yJIbTaTOB

Ilnsa BeiOpanubix Habopos (a), (6), (B) HAYAIL-
HBIX 3HAYEHUH YIPYTUX XapaKTePUCTUK MaTePUAIa
E Glass/MY750 momydeHBI KauecTBEHHO OXMHAKO-
Boie Kaptuabl HJ[C cnoes u ITKM.

HJIC cnos 90°. Pacrarusaroiiiee MOIEepedHOE
HAPSIKEHNe 0(22) NeHCTByeT B HANpAaBJIeHUM Ha-
TPY3KH M HA HAYAJIbHOM y4YacTKe JHATrpaMMbI BO3-
pacraet g0 MmakcumanbHOTro 3Hauenud 50 — 70 MIla,
3areM cinabo W3MEHSEeTCS Ha HeGONBIIOM «ILJIATO»,
IIOCJIE Yero CHUIKAETCA [0 HyJs Ha CPeHeM yJIacTKe
U 7ajiee OCTAeTCsl PABHBIM HYJIIO 10 KOHIA HATPYKe-
uuda (cMm. puc. 2, 3, 5, 6).

Hauanpubliit yaacTok 114 Bcex HAO0OPOB OJM30K
K JUHEHHOMY ¥ WMeeT O[WHAKOBYIO [JIHHY
e, € [0 %; 0, 4 %], «<nnaTo» HAXOOUTCSI B HHTEpBAje
nedopmarun €, € (0,4 %; 0,5 %].
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Fig. 6. Initial section of the dependence of stresses og) on deformations s(zi)' for sets (a), (b), (c)

Y4acToK CHIKEHHS HalpaweHusd o (22) nMeerT

CTYIEeHYaThId XapakKTep, ero JJIMHA 3aBUCUT OT Ha-
6opa: Hambonpmaa mis (a) — g, € (0,5 %; 2,3 %],
cpenuss g (6) — ¢, € (0,5 %; 1,9 %], naumensbInas
g (B) — g, € (0,5 %; 1,1 %]. Oxonuanve nuarpam-
MbI HATPY:KEHUA COOTBETCTBYET MAKCHMAILHOU Je-
dopmarun e, = 2,7 %.

Ilomepeunsie ympyrue XapaKTEPUCTUKHA CIIOS
\l!(22) c1a00 M3MEHAIOTCA Ha HAa4YaJabHOM y4acTKe, Ha
CpemHeM ydacTKe HaOMI0AeTCs SPKO BhIPAKEHHOEe

IBYX9TAaITHOE CHIKEHUE XapaKTePHCTHK: CHadaja
peskoe — mo 10-30 % mnpu medopmamuu €, =
= 0,8 %, a 3arem 6oiee IIABHOE — 10 HyJd (CM.
puc. 8, 9).

CxxuMaroliiee TPOAOJABbHOE HAIPAKEHUE 0(12)
JIeMCTByeT IOIepeK HAaIpaBIeHud HAaTPY3KU U U3Me-
HAETCA 3ePKaTbHO (PABHO IT0 3HAYEHUIO U IIPOTHBO-
TIOJIOKHO TI0 3HAKY) PACTATUBAIOIIEMY IIOIIEPEIHOMY
HaTpsAKEeHMIO G5 cmost 0° (cm. Hmke). Makcumarms-
Hoe 3HaueHme HampsxeHus 60 — 65 MIla moctura-
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ercsi B KOHIIe HATPYIKEHUS, YTO CYIIECTBEHHO HIKE
mpejena IPOYHOCTH MaTepPHAA MPU CKATUU BIOJb
BoJIoKOH, pasuoro 800 MIla [2, cTp. 36, Tabm. 1].

IIpomonbHBIE yHpyrHe XapaKTEPUCTHKUA CJIOS
v'? coxpaHIOT HAYANBHbIE 3HAYEHUA HA TIPOTHKe-
HUM BCEro IIpoIlecca HATPY:KeHHS WCCAeIyeMOH
CTPYKTYpPBI (cM. puc. 8, 9).

HJIC cnos 0°. PacraruBaroliiiee mormepedHoe Ha-
MpSKEeHIe 0(21) NeHCTBYeT MOIepeK HAMPABIEHHUS
Harpys3K# ¥ BosdpacrtaeT no 3HadeHus 45— 60 Mlla

B uHTepBane aedopmaruu €, € [0 %; 2,0 %] ¢ mno-
KaJbHBIM caBurom mpu nedopmaruu €, = 0,5 %
(2)
2

(cormacyercsi ¢ MAKCHMyMOM HANPSIKEHUT G ) H

JIOKATBHBIM CHamoM mpu aegopmarmu €, = 1,5 %
(cBA3H C HAIpIIKEHUEM 0(22) He TPOCTIeKUBAETCH),
3areMm ciabo CHU:KAeTcsd B MHTepBase aeopMarum
e, € (2,0%; 2,5%] u namee pesko Bo3pacraer 0
suavenusa 60 — 65 MIla npu makcumanbHOU medop-

marmu g, = 2,7 % (cm. puc. 2, 3, 5, 6).
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1 —
Haxrnosel KpuBBIX [edOPMHPOBAHHA G =

=feP ) uc? =fEP"), a Taxme UX MAKCHMYMBI
I Pa3HbIX HAOOPOB COOTHOCATCHA CIAEMYIOIHM 006-
pasom (cMm. pumc. 5, 6): masg (a) HAKIOH 0(2) 6onee
KpyToit, YeM HakIoH G5, 62 >cV; nua (6) ma-
KJIOH 0(22) IIPUMEPHO PaBeH HAKIOHY 0(21) ,C (2) c'l;

171 (B) HAKIIOH 6(22) MeHee KpPyTOH, 4eM HaKJIOH Gy ) ,

c? <o,

y‘{I/ITI)IBaH, YTO MAKCUMAIbHOE HaIpIKeHNe
6(22) B cioe 90° mocturaercs B IepPBOIM YaCTH AHa-
rpaMMBbl, a aHAJIOTUIHOE 0(21> B cioe 0° — BO BTOpOH
ee gactu (B 910 BpemA B cioe 90° mMpouCXOauT WH-
TEHCUBHBIH IIPOIECC TPeIInHo00pasoBanus), 6oree
IIOCTOBEPHBIMH CJIeyeT IIojiaraTh KPUBbIE I Ha-
6opos (a) u (0), B ToO BpeMs KAK HAKJIOHBLI KPHBBIX
o Habopa (B) TpeOyoT o0biAcHeHud (IIoIepedHbIe
yIpyrue xapakrepucTuku ciosd 0° BBIIIE, YeM CII0A
90°).

Tak:xe ciaemyer OTMETUTS, YTO /IS BCeX HAOOPOB
MaKCHMaJIbHbI€ 3HA4YEHHUA IIOIEPEYHBbIX HAaAIIpAXKe-
HUU G(Zl) 3aMEeTHO BBIIIE IIpeaesa IIPOYHOCTHU MaTe-
puana Ipu pacTaKeHHU IIOIEPEK BOJIOKOH, PABHOTO
40 MIla [2, cTp. 36, Ta6xa. 1], us yero ciaemyer moJia-
rarb, YTO PEaJbHBIN IIpeIe IIPOYHOCTH HCCIIerye-
MOTO  MaTepuajia  HaxXOAWJICI HA  YPOBHE
60 — 70 MIIa.

Ilomepeunsie ympyrue XapaKTEPHUCTUKU CIIOS
\4/(21) c1a00 M3MEHSIOTCI HA HAYaJbHOM Y4acTKe, Ia-
jree HaOIOAeTCI UX CKAYK000pasHOe CHUIKEHUE 10
45 - 50 % nupu gedopmaruu g, = 2,5 %, a B KOHIlE
auarpaMMbl — peskuii poct mo 60 -70 % (cM.
puc. 8, 9).

PacrsiruBaroliiee mpomobHOE HANPSKEHHE 0(11)
IeficTByeT B HAIPABJIEHWHM HArpy3KH W BO3pacra-
eT CHaJaja I0 JIMHEeHHOMY 3aKOHY, a 3aTeM IO He-
JIHHeﬁHOMy — a0 MAKCHUMAJIBHOTO 3HAYEHUsA
1218 MIla B TOYKe paspylleHHA, YTO COCTABIAET
95 % ot mipenmena TPOYHOCTH MaTepHUasa IIPU PacTs-
SKeHWHM BJOJb BOJIOKOH, paBHoro 1280 MIla [2,
crp. 36, Tabum. 1]. JIuHelHbIH y4aCTOK HMEeT PasHyIo
IUIMHY B 3aBHCHMOCTH OT HaGopa: HanbOJIbIIIYIO IS
(a) — &,€l0%; 2,3%], cpemuoro mia (6) —
e, €0%; 1,9%] u wnaumensinyio i (B) —
e, € [0%; 1,1 %], uro cormacyerca c TO‘-IKOfI aua-
IpaMMbI, B KOTOPO HACTYIIAET yCIOBHE G . 2 =0.

IIpomonbHbIE yIpyrue XapaKTEPUCTUKHA CIIOS
\lf<11) COXPAHSAIT HaYaJIbHbIE 3HAYEHUS Ha JIHNHEHHOM
y4yactke u 3arem ciaabo cHmkaiored g0 89 - 97 %
(cMm. puc. 8, 9).

HJIC IIKM. PacyerHas KpuBas IIPOIOJIBHOTO
HATPSIKEHUA 0, OT 1ed)OpMAIlUH €,, 4 TAKKE pacyerT-
Hble 3HAYEHHUS CEKYIIUX YIPYTUX XapaKTePUCTHK
ITKM E, u v,, COOTBETCTBYIOT BKCII€PUMEHTATbHOM
nuarpamme aedopmupoBanud ucciaexyemoro [IKM.

Mopayns ynpyrocru E, (mapamerp Ex) Ha Ha-
vajgbpHOM yuacTke €, € [0 %; 0,4 %] coxpanser Ha-
yaJIbHOE 3HAYEHHUE, Jajiee HabI0IaeTcs SpKo BhIpa-
JKEHHOE JIBYXJTAITHOE CHIKEHHE XapPaKTEePHUCTHUKH:

cuavaysa pesroe 1m0 80 % mpu nedopmaruu €,
= 0,7 %, a 3arem Ooinee mwiaasHoe 10 70 % mpu Maxk-
cuManbHOH aedopmaruu (cM. puc. 7).

Monyns ympyroctu E, (mapamerp v Ey) TaKKe
Ha TIepPBOM dTAale COXPaHdeT HadyalbHOE 3HAUYeHHe,
Jlajiee CHH:KaeTcd ITOCTEIIEHHO (C TOKAIbHBIMU CKAY-
kamu 3HadeHuit) mo 80 -85 % mpu medopmaruu

. = 2,5 %, a B KOHIIe fUaTpaMMbI Pe3K0O BO3pacTaer
10 90 — 95 % (cm. puc. 7).

Koaddunments Ilyaccona v,, u v,, (mapameTpbl
v, BV, ) KaueCTBEHHO U3MEHSIOTCA 10 OMU3KUM
3aKOHAM \yv CHUKAETCA CHIbHee, 9eM \, ): Ha
yJyacTke €, € [0 %; 0,4 %] coxpaHAOT HagaTbHbIE
3HAYEHHUA, [Iajee crcaqfcoo6pa3Ho CHIKAIOTCA [0
25 - 35 % nupu gedopmaruu g, = 2,5 %, a B KOHIlE
qUarpaMMbl pe3Ko Bo3pactaioT 10 35 -45 % (cM.
puc. 7).

3axaroueHue

IIpenmo:keHHBIE METOA TIO3BOJISIET IIPOBECTH
pacuer HJIC cioeB opTOroHaabHO-apMHUPOBAHHOTO
IIKM Ha oCHOBE BKCIIEPUMEHTAIbHOU AHArPaMMbI
neOpMHUPOBAHUSA IIPU OSHOOCHOM PACTKEHUH.
CyTb MeToma B3aKjI04YaeTci B PEIIeHHH CHUCTEMbI
IByX YPaBHEHWH, OMMHUCHIBAIOIIUX SKCIIEPUMEHTAIb-
Hble KpuBbIe O, = f(g,) u 0, = f(g)). [Ipenmonaraer-
cs1, uro B mporecce pedopmupoBanus ITKM BosHu-
KaII¥e B €ro CJI0SX ITOBPEKIEHUS PACIPeIesIaioT-
cs1 paBHOMEPHO 110 BceMmy o0bemy. B aTom ciyuae ce-
kymue yapyrue xapakrepuctuku [IKM u ero cioes
B Ka)KIOU TOYKE JUArpaMMbl 1edOpMUPOBAHHUS I10-
Ka3bIBaIOT TEKYIIWH CpeJHUH ypPOBEHb CBOMCTB Ma-
Tepuaa, C IOMOIIBI0 KOTOPBIX IO COOTHOIIIEHUIM
MexaHuku MHorociouHbix [TKM paccunthiBatorcs
CpelHUe HAINPSKEHUI W aedopManuu B cioax (0es
yuera kpaeBbix 3dqdexros). s mpoBenenus pacue-
Ta HEOOXOMMMO 3aaTh HAYANbHBIE 3HAYECHHUS YIIPY-
IMX XapaKTePUCTUE OJHOHAPABIEHHOTO MaTepua-
ma cioeB. llpenjiosKeHHBIA aJrOPpUTM MOMKET WC-
MOJIb30BATHCI [I1 OPTOrOHAIBLHO-APMHUPOBAHHOTO
IIKM c¢ 5n00bIM COOTHOIIIEHHEM OTHOCHUTEIbHBIX
ToamuH ciroeB 0° u 90°.

B pabGore momyueno pacuernoe HJIC cmoes
crpykTypel  (0°/90°/90°/0°) wum3  creriIoILIacTHKA
E-Glass/MY750 c wucmonb3oBaHHeM SKCIEPUMEH-
TaJbHBIX JAaHHBIX U3 [2]. PacueTsl, BHINOJHEHHBIE
I TpeX HaOOPOB HAYaIbHBIX 3HAUYEHWH YIIPYTHUX
XapaKTepPUCTHUK HCCIeLyeMOoro MaTepuana, MmoKasa-
JIM KAYeCTBEHHO OJTMHAKOBbIE PE3YIbTATHI.

ITomepeunoe pacraruBamIee HANPIKEHUE B
cnoe 90° mocTuraeT MakKCUMyMa B IE€PBOU IIOJIOBHHE
auarpamMMmbl 1e)OPMHUPOBAHUS, 4 3aTEM CHU/KAETCS
10 HyJad. AHajoruuHoe HampskeHwe B ciaoe 0° moc-
THTAeT MAKCUMyMa B TOUKE PaspyIIeHUs HUCCIeIye-
MO CTPYKTYphI. BBIBIEHO, YTO MaKCHMAIbHBIE
pacyeTHbIE 3HAYEHWS IIOMEPEYHBbIX HAIPIKEHUH,
nmericTByomux B ciaoax 0° u 90°, 3aMeTHO mpeBbIIIa-
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10T YKa3aHHBIN B [2] mpenes mpoYHOCTH MaTepHaia
IIPH PACTSIKEHUH IOIIEPEK BOIOKOH.

IIpomonbHOE pacTaArUBamIee HANPIKEHHEe B
cioe 0° mocTUraeT MakKCHMyMa B TOYKE pas3pyIlIeHUs
u cooTBeTcTByeT 95 % oT 3HaUYeHUs mpejesa IIpod-
HOCTH MaTepHAIA IIPH PACTKEHIHN BIOJb BOJOKOH.
IIpononbHOE cxmmaromee Hampsa:xeHue B cimoe 90°
HAaXOJWUTCS Ha HU3KOM YPOBHE HA MPOTIKEHUU
Bcero mporecca Aed)OPMHPOBAHHUSI HCCIELYEMOU

CTPYKTYPHI.
Pesynprarel paboTbl PEKOMEHIYETCS WCIIONb-

30BaTh A paspaboTKU Mofeel II0BEeIEeHH CI0EB C
TpeurHaMu B MaTpulle npu Harpy:xeunu [TKM.

duHaHCHUPOBaHUE PAOOTHI

JloTIOTHUTENIbHBIX HMCTOYHUKOB (PHHAHCHPOBA-
HUA, B YaCTHOCTH TPAHTOB, HAa IIPOBEIEHUE WU PY-
KOBOJICTBO JAHHBIM KOHKPETHBIM HCCIeJOBaAHUEM
MIOJIy4EHO He OBLIO.

Koudaukr naTEpecos

ABTOpI)I 3agBIAIOT 00 OTCYTCTBHUHU KOH(b.TII/IKTa
HUHTEepeCoB.
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YCTAHOBKA U METOJIUKA UCIIBITAHUH
HA YACTOTHYIO CTABUJIBHOCTSD ITPH MUK INYECKOM
HATPY;REHUHN METAJIJIOB U CIIJIABOB

© Baamuvmup BukropoBmd MbeLIbHHKOB!*, Oayapa AHaToJbLEeBHY
HAvurpuen?, [Imurpuit UBanoBuu Illerysiosl

1 HuxeropoAckuil rocyqapCTBEHHBIN apXUTEKTYPHO-CTPOUTENbHBIN yHuBepcurer, Poccus, 603950, r. Hmxruit Hosropor,
ya. Uneunckas, 65; *e-mail: mrmylnikov@mail.ru
2 Komcomonbcknii-Ha-AMype rocynapcreeHHbii yuueepeurer, 681013, Poccus, r. Komcomonbek-na-Amype, mp. Jlenuna, . 27;

e-mail: rector@knastu.ru

Cmamusa nocmynuaa 21 anpeas 2023 2. Ilocmynuna nocae dopabomru 8 mas 2023 2.
Ipunama k nybaurayuu 30 mas 2023 2.

Jl1s1 m3roToBNIEHMsA IeTajiel, paboTaIUX B CI0KHBIX YCAOBUAX IUKINIECKOrO HATPY KEHHUS, a
TaKKe M3/EINA CO CTaOWIBHBIMU pasMepaMu TPeOyITCs MaTepHaIbl ¢ MUHUMATIBHBIME IIPOSIB-
JIEHWSIMU HEYIPYTHX CBOMCTB. [l mxX mccmemoBanusa HEOOXOAMMO TPOBOIUTH CIEIAATIHIUPO-
BaHHbBIE Y3KOHAIIPABJIEHHbIE UCIIBITAHKS C UCIIOIb30BAHUEM MAIIUH U YCTAHOBOK C COOTBETCTBY-
IOIUMH SKCIIEPUMEHTAIBHBIMU MeToquKaMu. B pabore mpencraBieHa KOHCTPYKIUS SJIEKTPO-
MATHUTHOH yCTAHOBKH JIJIsI UCIIBITAHUHN HA YCTAJIOCTb ¥ YaCTOTHYIO CTA0MIBHOCTD, PAGOTAIONIEH
B @BTOKO0JI€0aTeILHOM PeKUMe, TIPA KOTOPOM YaCTOTA [UKIMIECKOTO HATPYKEHHsI BCErIa paBHa
cobCcTBEeHHOM vacrore Kojebamuii obpasia. Cucrema yIpaBIeHHs YCTAHOBKOM CONEPIKUT IBa
3aMKHYTBIX KOHTYpa — U BO30Y KI€HUI aBTOKOICOAHNH U JJIsT CTAOMITH3AIIUN aMILIATY/IbI KO-
nebanwnii. Harpysxerue o6pasiia mpoBOIUTCS 9JeKTPOMAarHUTHON CHJIOH, 4 Pasrpys3Ka — 3a CIeT
CHJI YIIPyroCTH Marepuasa. [IpuBeneHbl METOIUKA U aJITOPUTMbI PACYeTa HAIPSKEeHUH 00pas-
II0B PA3JIMYHON reoMEeTPHUUECKON (DOPMBI /I OIEHKH M3MEHEHHs AMILUIMTYIHO-4aCTOTHBIX Xa-
PAKTEPUCTHE. Y CTAHOBJIEHA PACUETHAS 3aBUCUMOCTD MEKY YCUIUEM, TIPUKIAIbIBAEMbIM K 00-
pasily, u ero repeMelleHueM B TOYKE MPUIOKEHHs CHJIbI C IMOCIELYIOIIUM OlpeneeHrneM Ha-
npssKeHus 1Mo usBecTHOM cuie. [IpencraBieHbl pesysnbraTbl TAPHUPOBOYHBIX HCIIBITAHUH I
CTATUYECKOTO PEKAMA HATPYKEHU 00pasIioB M IPOBEIEHA OIeHKA JIEHUCTBYIOIINX HA 00paserr
cuil (BHEITHEH, WHEPITUH, YIIPYTOCTH) C YIeTOM MAKCUMAIHHOIO HAPSKEHU M MAKCHMAIBHOM
amruuTy bl gedopmarmu. ComocraBaeHbl CTATUYECKUH U [IUKJINYECKUHA PEsKAMbI HATPY/KEHUS.
ITpu peanusanyu UCIIBITAHWIA CTATHHBIX 0GPASIOB M0 MPEJIOKEHHON METOIUKE IIOIyYeHbI Yac-
TOTHBIE XapaKTepUCTUKU. [IpoBeneH aHaIn3 SKCIIEPUMEHTAIBHBIX PE3yJIbTATOB HCIIBITAHUH C
IepepbIBaMH B IIPOIIECCE ITUKINIECKOr0 HATPY/KEHUs U HellPEePhIBHBIX HenbiTanuil. [Tokasano,
YTO TIEPEPHIBLI B IUKINIECKAX UCIBITAHUAX PUBOAAT K CKAYKOOOPA3HOMY IIPUPOCTY YaCTOTHI,
a P! HeNPePhIBHBIX UCIIBITAHUAX TaKWe CKAYKK OTCYTCTBYIOT. IIpy 9TOM cpaBHHUTENIHHBIN aHa-
JIU3 PesyIbTATOB PACCMATPHUBAEMbIX BUIOB HCIIBITAHUI IIOKA3aJI, YTO 00I1Iee OTKIOHEHHEe 4acTo-
ThI 32 BECh ITUKI HAPAOOTKH B 000MX CIyJasx IMPUMEPHO OJUHAKOBOE. Y CTAHOBJIEHO, YTO IIPH-
POCT YaCTOTHI TOCTIE OTABIXA HOCUT CIyYalHbBIA XapaKTep W He 3aBHCUT OT YHCIIA ITUKIOB Hapa-
OOTKH.

KiroueBnle cioBa: yacTora HATPY:KEHUS; aBTOKOICOAHMS; aMIUIUTYAa Aed)OpPMALHH; COIPO-
THUBJIEHHE YCTAJIOCTH; TIPEe BEIHOCIMBOCTH; H0JITOBEYHOCT; ITUKINIECKAA TPOYHOCTb.

INSTALLATION AND TEST PROCEDURE FOR FREQUENCY STABILITY
UNDER CYCLIC LOADING OF METALS AND ALLOYS
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Manufacture of parts operating under difficult conditions of cyclic loading, as well as products with stable
dimensions necessitates the use of materials with minimal manifestations of inelastic properties. Study of
these materials suggests conducting specialized narrowly focused tests using newly developed machines
and installations with appropriate experimental techniques. We present the design, operation and control
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features of the original electromagnetic installation for testing fatigue and frequency stability and operat-
ing in a self-oscillating mode, which provides the equality of the frequency of cyclic loading and natural
frequency of the sample. The system of the installation control contains two closed circuits: for excitation
of self-oscillations and for stabilization of the oscillation amplitude. The sample is loaded by electromag-
netic force, and unloading occurs due to the elastic forces of the material. The methodology and algorithms
for calculating the stresses of samples of various geometric shapes for estimating changes in ampli-
tude-frequency characteristics are presented. The calculated relationship between the force applied to the
sample and its movement at the point of application of force is derived with subsequent determination of
the stress by a known force. The results of calibration tests for the static mode of sample loading are pre-
sented and the forces acting on the sample (external, inertia, and elastic forces) are evaluated taking into
account the maximum stress and maximum strain amplitude. Static and cyclic loading modes are com-
pared. The frequency characteristics obtained during testing steel samples according to the proposed
method are obtained. The experimental results of tests with interruptions in the process of cyclic loading
and continuous testing are analyzed. It is shown that interruptions in cyclic tests lead to a jump-like in-
crease in the frequency, whereas continuous tests revealed no jumps. At the same time, a comparative
analysis with the results of continuous tests showed that the overall frequency deviation is approximately
the same for the entire operating cycle in both cases. It is shown that an increase in the frequency after
rest is random and does not depend on the number of operating cycles.

Keywords: loading frequency; self-oscillation; deformation amplitude; fatigue resistance; endurance

limit; durability; cyclic strength.

BBenenune

HcnbiTanua Ha ycTajaocTh MaTepPHAIOB IIPOBO-
IAT B IEJIIX ONpeNeIeHnus 3aJaHHbIX MEXaHHIECKUX
XapaKTEePUCTHK, IPUMEHIA CTaHAAPTHBIE METOIUKN
uctbiTanuii [1 — 4]. Ucnons3ysd 9Tu naHHbIE, BHIOH-
paioT MaTepuas A W3TOTOBIEHUA TpeOyeMbIX Je-
Taned U JIeMEeHTOB KOHCTPYKIIHH, IPOBOASAT MPOU-
HOCTHBIE pacueTsl [5 — 7].

CymecTByer mocTaTod4HO 00JIBIIIOE PasHooOpa-
31e IUKINYEeCKUX MCHBITAHUN MaTepuaios [8 — 10].
B ciayuae roncTpyupoBaHuA meTanei 0cob0 OTBET-
CTBEHHOTO HAa3HAYEHUA HEOOXOMUMO IIPOBOJIUTH
CIIEITHATM3UPOBAHHbBIE Y3KOHAIIPABJIEHHBIE UCIIbITA-
HUS MaTePUaIOB, UCIOJIb3ysd OPUTHHAIBHBIE MAIITH-
HBI U YCTAHOBKY C COOTBETCTBYIOIIUMHU 3KCIIEPUMEH-
TaTHHBIMU METOHUKAMHU.

Jlna M3roTOBIEHUS YOPYTHX 3JIE€MEHTOB, pabo-
TAIONIUX B CIOKHBIX YCIOBHUSAX I[AKJINIECKOTO Ha-
TPY:KEHUs, & TaKKe U3MeIUH CO CTa0MIbHBIMHU Pas-
MepaMu TpPeGYIOTCI MATEPHUANBI ¢ MUHUMAIbHBIMU
MIPOABIEHUAMHU HEYIpPyTux cBoiicTB [1 - 7]. B atom
KOHTEKCTe HeyIpyrue CBONCTBA IIPH IHKIHIECKOM
HaTPy:KEeHUHM UMEIOT PasjndHble HA3BaHUSI — BHY-
TpeHHee TPeHUe, HECOBEPIIIEHHAA YIIPYTOCTh, AEMII-
¢upoBaHUe, MEXaHUYECKUH TUCTEPE3NC, PaccesHue
SHEPTuH, IUKINYecKad BA3KOCTH [8]. B ocHoBHOM
TaKue WCCIE0BAHUS CTPOAT WCXOJA W3 IIPEAIo-
JIOKEHUA O JIOKAIU3AIUH MHUKPOILUIACTUYECKUX [e-
opmanuit B mporiecce MUKINIECKOTO HATPYKEHUS,
HEPaBHOMEPHO BO3HHUKAMIINX W3-32 HEOMTHOPOIHO-
CTH Pa3JIUIHBIX CBOMCTB Marepuaia Ha MUKPOYPOB-
He, 100 MPUMEHSIOT MEeTO [UHAMUYECKOr0 Mexa-
Hudeckoro ananusa (JIMA) npu usmMeHeHun TeMIie-
paTyphl I8 ONpeeeHus H3MEeHeHWH mpeesa yii-
PYTOCTH ¥ SHEPTHU aKTHUBAIIMH MUKPOMEXaHU3Ma
nepopmarnmu [11 — 13]. B namnoit pabore mnpeacras-
JIEHBI OPUTUHAIBHAA SKCIIEPUMEHTATbHAS DIEKTPO-
MarHuTHAasg YCTAHOBKA M METOIHKA OI€HKU YaCTOT-

HOW CTAOWILHOCTH MATEPUANIOB [JI M3TOTOBIICHUS
YOPYTUX 3JIEMEHTOB BBICOKOTOYHBIX H3JIydaTeseH,
IpeodPasyIoIUX dIeKTPUUYECKHe Koae0aHusd B Mexa-
HH4YeCKHe, rae HesHa4YuTeJIbHbIe H3MEHEHUA 9acToT
cOOCTBEHHBIX KOJe0aHui, KOTOpble, KaK M3BECTHO,
CBS3aHBI C MOJYyJIEM YIIPYTOCTH SIBJIE€HHWEM HeyIIpy-
rOCTH ¥ KojiebaHWeM aTOMOB M UX PEIeTOK, TPUBO-
IAT K HEeIOILyCTUMBIM ITOTPEITHOCTAM IIpU IIpeodpa-
30BAHUU BHUIOB KOJIEOAHUHA U IIPEKIEBPEMEHHOMY
ycrasocTHOMY paspyureruto [13 — 16].

OpuruHajbHAA SJIEKTPOMATHUTHAS YCTAHOBKA
(puc. 1) mad HUCHOBITAHWHU II0 «MATKOH» CXeMe KOH-
COJIBHOTO M3ruba IJIOCKOro obpasiia paboraer B aB-
ToKoJebaTenbHOM pexxume [17]. B meit peanusosana
SJIEKTPOMEXAHUIECKAs CHCTEMA, B KOTOPOI BO30Y:K-
IeHHe MEeXaHWJeCKHUX KOJIeOAHHUH OCYIIeCTBIISeTCS
ucxomasa u3 cobcrBenHOM yacTorhl Kosmebanus (CUK)
HCILITYyEeMOro obpasiia, T.e. 4acToTa BO30y K IaroIei
CHJIBI — YaCTOTa I[UKIWYECKOTO HATPY/KeHUS
(UITH) Bcerma pasua CUK ob6pasta. Marub obpasiia
MPOUCXOAMT 32 CUET JJIEKTPOMATHUTHOM CHJBI, a
pasrub — 1oy JedCTBHEeM CHJI YIPYTOCTH MaTepHha-
ma (puc. 1, 8). B pesynbrare obecrmeyuBaerca ITUK-
JIMYECKOe HArpy:KeHue, OJM3Koe K CHHYCOWIAIHHO-
My (puc. 1, 6).

ITo pesynbTaTraMm MHOTOKPATHO ITOBTOPSIOIINXCS
[MKJIOB BBIABJSAEM I[IapaMeTphbl MHOTOIUKIOBOM yC-
TAJIOCTH U AMILUIMTYIHO-YACTOTHBIE XapaKTEPUCTHU-
KU [JIs OIIEHKHM YAaCTOTHBIX CBOMCTB, KOTOPBIE 3aBH-
CAT OT POJIU YIIPYTOH COCTABJIAIOIIEH HCCIIELyEeMOTO
MaTepuaja IpU IUKIAIECKOM Harpy:KeHWH, a TakK-
JKe oIperesisieM Ipees BhIHOCIUBOCTH. Mamenenue
MOJIy9aeMbIX YACTOTHBIX MOKA3AHUH MOKHO TaKiKe
HCIIOJIb30BATh KAK MEPY MOBPEKISHHOCTH 00pAasIloB
IIJIS1 OIIEHKM OCTATOYHOTO pecypca, Kak, HalpuMep, B
pabore [18].

B ycranoBKe mpenycMOTpEHbBI CpeCcTBA U3Mepe-
HUS: YaCTOThI; YKC/IA IUKIOB HATPYKEHUT; aMILIH-
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Puc. 1. Cxembl: @ — yCTAaHOBKY /I UCIIBITAHUM HA YaCTOTHYIO cTabmibHOCTh (I — cranuna; 2 — obpaser]; 3 — dIeKTpoMar-
HUTHBIA B030yAuTenb; 4 — GJIOK IHUTAHUSI U ABTOMATUKH; 5 — KATYIIKA HIEKTPOMArHUTHOTO BO30yauTeN; 6 — CPEICTBO U3Me-
peHus mapaMeTpoB KojefaTeIpHOro mporecca; 7 — (heppPOMarHUTHBIN AKOPb IEKTPOMATHUTHOTO BO30yquTend; 8 — cTaTop
BJIEKTPOMATHUTHOTO BO30yaurens; 9 — BuGpousossaTopsbl; 10 — paTuuk Bubpoyckopenws; 11 — I1-06pasHbIil J€HTOYHBIN cep-
IeYHUK); 6 — HATPYy3KH IPU KOHCOJIBHOM IUKINIECKOM IIOIEPEeYHOM U3Tule IJIOCKOro 06pasiia; 8 — COIJIACOBAHUA UMILYIHCOB
TOKA, 3JIEKTPOMATHUTHON CHUJIbI ¥ CUJIBI YIIPYTOCTH C IIePeMeIieHIeM KOHCOIH UCCIeLyeMoro o0pasiia B 9TOH YCTaHOBKe; 2 U 0 —
IJIOCKHE M KOPCETHBIE 00pasIfbl

Fig. 1. Schemes: a — installations for testing for frequency stability: I — bed; 2 — sample; 3 — electromagnetic exciter; 4 —
power supply and automation; 5 — coil of electromagnetic exciter; 6 — facility for measuring the parameters of the oscillatory
process; 7 — ferromagnetic armature of electromagnetic exciter; 8 — electromagnetic stator exciter; 9 — vibration isolators;
10 — vibration acceleration sensor; 11 — U-shaped ribbon core; b6 — loads during cantilever cyclic transverse bending of a flat
sample; ¢ — matching current pulses, electromagnetic force and elastic force with the movement of the console of the test sam-
ple in this installation; d — flat samples; e — corset samples

TyABI KOJIEOAHUIM ONITHYECKUM METOLOM; AMILIUTYIbI
Koje0aHuil (POTOIIEKTPUIECKUM METOIOM; AMILIH-
TyAbI KOJIEOAHUH METOMOM C IIOMOIIBIO IIbEe303JIEK-
TPUYECKOTO [ATYNKA BHUOPOYCKOPEHWS; CPEITHEro
3HAYEHMs TOKA B KaTyIIke Bo3bynurens. Hamuaue B
cxeMe yCTaHOBKHU ocIuiuiorpada mo3Bossier Habmo-
IaTh 32 KoJebaTeaIbHBIM IIPOIIECCOM.

CrpykTypHAas cxeMa CHCTeMbI yIIPaBIeHHs yCTa-
HOBKOM, IIOKA3aHHAA HA PUC. 2, CONEPIKUT ABa 3aMK-
HYTBIX KOHTypa — MJi BO30OY:KIEHHS aBTOKojeOa-
Huit (mosumuu I — 11) U nid cTaduIn3auyl aMIlUIn-
Tyabl Kosebauuii (mosurmu 12 — 17).

Oco6enHOCTH PAGOTHI YCTAHOBKH
[UIsI ICIIBITAHUI HA YCTAJIOCTH

YcramoBra paboraer ciemyiouM obpasoM (cwm.
puc. 2). Karymika Bo3Oyguresnsa I IUTAeTCA ILyIbCH-
PYOIIMM TOKOM OT THPUCTOPHOTO mHBepTopa 3. Ko-
nebanus obpasna 2 mepemaroTcs Ibe309JIeKTpUIe-
CKOMY JIAaTYHKy BHOPOyCKOpeHUs 4, KOTOPBIA BbIia-

eT 3JIEKTPUIECKUN CUTHAJ, 3aBUCAIIAN OT YaCTOThI
¥ aMILTUTYABI Kosiebauuit oopasia 2. Curuai qaTau-
Ka 4 yCcuIuBaeTCsa YCUINTEeIeM IePeMEeHHOT0 TOKa 5.
Ha BbIxofie ycunuTens BKIOYEHA YaCTOTHO-3aBUCH-
mass PC-1iemouka, BBIIOIHEHHAs B BHIE IBOMHOTO
T-o6pasmoro Mocta. JTa IENOYKA HACTPOEHA HA
gacrory 50 I'1 # ciy:RuT 3arpaguTeIbHBIM (DHIIBT-
POM, TIPENSTCTBYIOMINM CaMOBO30Y:KIEHHUIO CHCTe-
MBI OT BHEIITHUX ITOMEX C IIPOMBIIIITIEHHOM YaCTOTOH.
Curuanm sareM AB&KALI WHTETPHUPYETCS MTBOMHBIM
uHTerparopom 6. K BeIXomy wHTErpaTopa MOIKIO-
YamTCAd W3MEpPUTENbHbIe MpubOpsI 17, perucrpu-
pymoliire cMeIlenre, 1 U3MEePUTEIbHBIA OPTaH CHC-
TeMbl CTAOMIM3AINK AMILIATYIObl KojaeOanuii 12.
Ilocne aByXKpaTHOTO WHTETPUPOBAHUSA TOIYIAETC
SJIEKTPUIECKUI CHUTHAJ, MPOIOPIIHOHATIBHBIN CMe-
mieHnio oopasia 2. ¥ JaHHOr0 CHrHaja ¢ IOMOIIBIO
dasoBpamarena 7 ycramasimBaercsa OamaHc as,
HEOOXOMUMBIN I BO30OY:KIEHNWSI aBTOKOJIEOAHMI.
®a3wl PEryIUPYIOTCA € IIOMOIIbI0 peryaaTopoB PI' u
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Puc. 2. CrpykrypHas cxema ynpaBieHUs 3JIeKTPOMATHUT-
HOMU yCTAHOBKOH JJI UCIIBITAHUSA HA YCTAJIOCTD: ] — KaTyIIKa
Bo30OynuTens; 2 — obpaser; 3 — TUPUCTOPHBIA HHBEPTOD;
4 — BEe303NEeKTPUIECKU JATYUK BUOPOYCKOPEHHUS; 5 — YCH-
JINTENIb IIEPEMEHHOT0 TOKa; 6 — IBOWHOU MHTerparop; 7 —
(aszoBparnarens; 8 — orpaHUYIUTENb H (POPMUPOBATENIH HM-
nynbcoB; 9 — Tpurrepsr; 10 — ¢dopMUPOBATENb UMILYIHCOB
yupasierus Ne 1; 11 — ¢dhopMHpOBATENs UMILYIHCOB YIIPAB-
menus Ne 2; 12 — u3MepHTenbHbIN opral; 13 — GamaHCHBIH
JIBYXKAaCKaHbBIN YCHIUTENb IIOCTOAHHOTO TOKa; 14 — perymnsa-
TOp TOKa; 15 — (puIbTpyOIINi KOHAEHCATOP 6OIBIION eM-
KocTH; 16 — 3amaT4MK aMIUTUTYZAbI, 17 — HM3MepUTelbHbIe
npuGOPBI, PETUCTPUPYIOLINE CMEIeHHe

Fig. 2. Block diagram of the control of an electromagnetic
fatigue testing unit: 1 — exciter coil; 2 — sample; 3 — thy-
ristor inverter; 4 — piezoelectric vibration sensor; 5§ — AC
amplifier; 6 — dual integrator; 7 — phase shifter; 8 — lim-
iter and pulse shaper; 9 — triggers; 10 — pulse shaper con-
trol unit No. 1; 11 — control pulse generator No. 2; 12 —
measuring body; 13 — balanced two-stage DC amplifier;
14 — current regulator; 15 — high-capacity filter capacitor;
16 — amplitude setter; 17 — measuring devices that regis-
ter displacement

PT, pacmonoskeHHBIX HA 3aJHEN TAHENW: ONUH W3
peryasaTopoB mpemgHasHadeH s rpyb6oit (PIV), apy-
ro#i — gy roukoit (PT) perymuposku dasei. asee
9TOT CUTHAJI TIOCTYyIAEeT B OTPAHUYUTENb U (HOPMH-
poBaTrenb UMITyJIBCOB 8, KOTOPHIH mpeobpasyeT cu-
HYCOWANbHBIH CUTHAJI TTEPEMEHHON aMILIHUTYIbl B
YHUIIOJIAPHBIEC UMITYJIbChI IIOCTOSHHOH AMILIIUTYOBI C
YacTOTOM, paBHOM YacToTe KojaebaHui oopasia 2.
Ilna cormacoBaHusA 4ACTOTHI BKIOYEHUS THPH-
CTOpPOB MHBepTOpa 3 ¢ YacTOTOM KosiebaHus obpasia

Pasmepb! 06pas1oB /s UCIIBITAHKS HA YCTAIOCTD
Dimensions of samples for fatigue test

2 IpUMeHEH JIeTUTelIb YacTOThI B BUe Tpurrepa 9 c
pasmenbHbIM 3amyckoM. C Beixoma Tpurrepa 9 cHU-
MAaIOTCd ABA UMILYJIbCHBIX CHTHAJIA C YACTOTOMU, B IBA
pasa MeHbIIIeH, yeM JacToTa KosebaHuii oopasma 2.
CurHanbl CABUHYTHI OTHOCHUTEIBHO APYT Apyra Ha
180°. Tupucrops! uHBEpTOpPa 3 BEIOUYAOTCA (POp-
MHUPOBATEJIAMYU UMILYJILCOB yIrpaBieHus 10 u 11.

C usmepurensHOTrOo Ooprana 12 KomTypa ob6part-
HOHM CBfI3H II0 AMILIATYJE KOJIEOAHWI II0CTYIIAeT
CUTHAJI Ha OAJAHCHBIM [BYXKACKaJHBIA YCUIUTEb
TIOCTOSTHHOTO TOKa I3 U peryaaTop Toka 14, BBITIOJ-
HEHHBI Ha COCTABHOM TpPAH3UCTOpPe, 3aAaroIuil
CcTabUIN3UPOBAHHOE HANPIKEHWEe W IIUTAIIIUN
yeunutens 13. BeimpaMuTens ¢ (PHUILTPYOIAM KOH-
IIeHCATOPOM 0O0JIBIIION EMKOCTH 15 U PeryisTop ToKa
14 obGecmeuynBaloT IOAA4Yy HA WHBEPTOP 3 HAMIP-
JKEHUS, KOTOpoe TpeOyeTcs A TOIy4YeHHUs 3ajaH-
HOI aMILTATYIbI Kosiebanuii obpasma 2. AMmanryna
yCTaHABINBAETCS 3aIaTINKOM 16.

JlJ1s1 WcOpITAaHUE W3TOTABINBAIKA 00pAa3Ilbl (CM.
puc. 1, 2, d), pasMepbl KOTOPBIX MOKA3aHbI B Tab-
aure.

Hanps:xenue B pacyeTHOM ceueHuu 00pasiia or-
penensau mo aMIinTyae Kosiebanwii. [Ipu sTom ye-
TAHABIUBAJIM PACYETHYI0 3aBUCUMOCTD (I CTaTH-
YECKOTO PEKHMMa) MEKIy YCHUIHNEM, IPHUKJIAIbIBae-
MBIM K 00pasily, ¥ ero mepeMeIlneHueM B TOUKe MTPHU-
JIOYKEHUS CHJIBI C TIOCTIEAYIOMINM OIpeejieHneM Ha-
IpsiZKeHHeM 10 u3BecTHOU cuie. Ilonaramm, uto B
IVMHAMHAYECKOM pexuMe (B mporiecce KojaeOaHwmii)
IeUCTByIOmMKe Ha o0pasel] CUibl (BHEIIHAS, WHEp-
(AU, YIIPYTOCTH) CO3AALYT TAKOE K€ MAKCHMAaIbHOE
HAIpPSKEHNe W TaKoe jKe MaKCHUMAJIbHOE ITepeMelre-
HHe (aMIUIATYIy KojaebaHWH), KaK U CTAaTHIecKas
CHJIa, paBHAS 110 BeJIMYUHE Pe3yJIbTUPYIOIeH [uHa-
MUYIECKOU.

IIpu pacuere HCHOTH30BATU IPUOIIKEHHOE
nuddepeHInaIbHOEe YpaBHEHNWE W30THYTOH OCH
0aJIKK [IEPEMEHHOTO CeUeHUs

2
EJ(x) jx% - M(x), (1)

rae J(x) — MOMeHT WHepIuu ceuenus; K — Momaymnb
IOura; M(x) — marubaronuii MOMEHT; y — KOOP/IH-
HaTa B HANIPABJIEHUU JEUCTBUA CUJIbI; X — KOOPIH-
HATa B HAIIPABIEHUH OCH OATKH.

Oo6pasern a b [ h H R

ILnockwuit (cm. puc. 1, 2) 10 22 43 5 13 —
Kopcernsrii 1 (em. puc. 1, ) 9 20 56 5 13 100
Kopcerusrii 2 (cM. puc. 1, ) 24 20 56 5 13 100
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OnpeneneHne COOTHOIIEHHUA
MKy HANPAKEHHEM U AMILIATYI0H
KO/Ie0aHHuH s ILIOCKHX O0pasIoB

Hauaso xoopauuar pacmosiaraercs B MecTe 3a-
nmenku obpasia. Ha paccrosiauu x oT Mecra 3afeaKu
MOMEHT

M=F1+a-x). (2)

YpaBHeHHe I IIepeMellleHrus JYacTH o0pasiia
BBICOTOM /. MMeeT CIeqyIOIii BU/I:

d?y F(l+a-x)

dx 2 EJ,

b

rae J; = bh3/12. Hauanbuble ycmoBus mpu x = 0:
y1 = 0; dy;/dx = 0. Sanuiiem pelreHue ¢ y4eToM Ha-
YaJIbHBIX YCIOBUM:

dy, F

= =——x(+a-0,5x);
dx EJ;

F xQ( x)
yi=———|l+a-=]|.
EJ, 2 3

YpaBHeHUe AJd TepeMelleHHs JacTu obpasia
BeIcoTOM H mpencraBuM Kak

3)

d?y, F(+a-x)
dox 2 EJ,

rae J, = bH?/12. Pelienue ypaBHeHHUs:

dyZ:F(l+a—xjx+Cl;
dx EdJ, 2

4)

3

Y, =F(l+a—x)x+ClX+Cz.
3)2

Hauanwubie ycmoBus npu x = [:
dy/dx = dyy/dx, y1 = ys.

IlogcraBuB suavenusd x = [ B (3) u (4) u perius 10-
JlydeHHbIe yPaBHEHHUS, HAXOIHUM

C, =Fl(l+aj Lo ,
E (2 J, o J,

Flz(l ) 11
Cy=-""Jiva|—-—1.
E 2.3 J, dJ,

Suauvenusa nocroguubix C; u Cy U ypaBHeHUe
s Yo u3 (4) MO3BOJIAIOT HAHTH MAaKCHMAIBHOE CMe-
II[eHUe B TOYKe MPUJIOKEHHUI CHIbI Ipu X = [ + a:

3
A, :F(l+a)+FZ(Z+a)(l+ajx
EJ, 3 E a

11 Flz(l ) 11
X[ ———|-=—| +a|| —-——1.
J, J,) E2\3 J, dJ,

ITpu npunaATsIX pasmepax h u H uMeer mecTo Hepa-
BeHCTBO J,>J; (J; = 208,3 Mmm?*; J, = 3662 mm?).
YunuThIBasg 9TO HEPaBEHCTBO WM IpeHebperas cob-
CTBEHHBIM H3THO0M YTOJIIEHHON YacTH BhicoTol H,
OIy9rM 00Jiee IIPOCTOE BhIPAIKEHUE

2
m=ﬂ @ la+ . (5)
EJ, 3

Hampsa:xenue B pacyerHoM ceueHud (y mecra 3a-
JIeJIKA)
F(l+a)
oO=——.
w

Omnpenenus F us (5), c yuerom J/W = h/2, monyanm
OKOHYATeIbHOE BhIPAKEHNE /I HAPIKEHN:

_ 15k +a)
1(8a2 +3la +e2)

EA,,. ®)

151 pasMepoB IIIOCKOTO 00pasiia, YKa3aHHBIX B
rabaune, 0 = 26,9 - 105 - EA,,. IIpu cpeguem 3Ha-
yernu Moy Oura E = 2 - 10° MIla nonyuum Ha-
nps:xenne (8 Mlla) o = 53,84,,, rae ammutyna —
B MM.

OnpeneneHne COOTHOIIEHHUA
MeKAy Hampsa:KeHUueM U aMILIUTYAO0H
KOoJIe0aHHui s KOPCETHBIX 00Pa3IoB

Paccmorpum oTAenpHO mepeMerneHus 3aKpyr-
JIEHHOH U YTOJIIIIeHHOU YacTei.

st onipesiesieHus epeMelle s 3aKpyIIeHHOM
YACTHU PACIONOKUM HAYAIO0 KOOPAUHAT B IEHTPE
9TOH YacTu 00pasiia, Ha paccTosHuu [/2 oT Mecra 3a-
nenku. B sToM ciaydae BbICOTA CEYEHHs, PACIIONIO-
JKEeHHOTO Ha PACCTOSHUU X OT Havasia KOOPAWHAT,

h(x)=h+(R-JR? —x2). (7

MomenT na pPacCTOAHUU X COCTABUT

M(x)=F(é+a—xj.

YpaBHeHMe A IE€peMelleHus PacCMaTPUBAEMOM
yacTu obpasia HaxoguM u3 (1) myTeM IOJCTAHOBKH
B Hero J; = bh®(x)/12. B cBowo ouepensb h(x) momy-
yum u3 (7).

B pesynbrare 3amnuiinem ypaBHeHuUe JIJIis lepeMe-
IIeHUd 3aKpyTIeHHON YacTu:

d?y, 15F 05l+a—-x

= . (8)
dv®>  bE (05h+ R-VR2 —x2)3
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SuaueHue x JIeKHT B mpemenax —l/2 <x <[, Pe-
urerne auddepeHIuanbHOr0 ypasuenus (8) ¢ mo-
morpio OBM mossossier pu x = 0,5/ HaiiTh mepe-
MeIleHue Y1, ¥ yroa 0, = dy,/dx.

Jna ompeneneHus mepeMelleHHs YTOJMI[EHHOH
YACTHU PACIIOIOKHM HAYaI0 KOOPAMHAT HA PACCTOA-
HuHU [ OT MecTa 3a7eJKu 00pasiia.

YpaBuenwue si TepeMeIeHus 9TOU YacTh 00-
pasua:

d?y, F(a-=x)
&2 EJ,

rae J, = bH?/12.
Pemienne ypaBueHu::

d
A EdJ, 2 ©
F x?

Yo (a—;j+C1x+Cz,

“EJ, 2

rne 0<x<a. Hauanpabie ycnoBus mpu x = 0:
dyy/dx = 01, o = Y1 Orcioma C; = 0y, Co = y1p.

IlogcraBuB x = a B (9), HAXOAUM 3HAYEHHE Yy B
TOYKEe IPUJIOKEHUS CHIIBI, KOTOPOE COOTBETCTBYET
aMILTATY/Ie KoIebaHuit

Beuny 6osbimoit BenuuuHb! J5 IEPBBIH YIEH ITOTO
BBIPAKEHHUSA B THICAYW pa3 MEHBIIE ABYX IPYTUX H
UM MOKHO IIpeHeOpeys.

O6o3naunm 0),, 1 y},, 3HaYEHUI COOTBETCTBYIO-

IIAX BEJINYUH, KOTOPBIE ONPENeIAIOTC U3 ypaBHe-
uusa (9) npu 1,5F/bE = 1. Torma

_15F _, , 15F

0 ; = =,
im bE 1m> Yim Yim bE

B pesynbrare amnnuTyzna KonebaHUi COCTABUT

15F
=222 (@b, + ¥i) (10)

A
m bE 1

ITonyunm HampsA:xeHNe B pacieTHOM CEUYEHUH, B
cepeiuHe 3aKPYTJIEeHHOU YaCcTHU:

o =F(0,5] + a)/W.

Omnpenenus F us (10), ¢ yaerom W = bh?/6 okonua-
TEJIbHO 3aIIhIlieM

2(1+2a)

- EA
h?(ab},, + ¥i,,)

(11)

m*

3agadya pereHa YHCIEHHBIM METOI0M C IIOMO-
mbio OBM. B pesynbrare pacuera 1y KOPCETHBIX
obpasros (cMm. puc. 1, d) ¢c pasmepamu, yKa3aHHBIMA
B TAOJIHIlE, IIOIYIEHO:
obpazer; 1 —0),, = 59,84; yi,, = 1853,2;
obpazer; 2 —0),, = 84,1; y1,, = 2532,4.
W3 (11) maxomum:
obpaser; 1 — o = 24,75 - 1073 - EA,,, MIIa;
obpaser; 2 — o = 18,3 - 103 - EA,,, MIIa.
Ilpu cpemsem 3uavenumum woayasa IOura E =
= 2 - 105 MIIa nanps:xenus (8 MIIa):

0 = 49,4A,, — nna obpasma 1,
o0 = 36,64,, — nus obpasrma 2,

rae A,, BIpajkeHa B MM.

OneHka MOTPENIHOCTH OIPENEJICHUT
HaIpAKeHUA B PacIeTHOM CedeHUH

3Hasg MOTPEIIHOCTH IIPIMOT0 H3MEPEHHsI aMm-
WIATyabl Koaebanuit moxyns IOura m reomerpuye-
CKMX pasMepoB 06pasiia, MOMKHO PaCCYHUTATH IIO-
I'PEIIHOCTh KOCBEHHOTO M3MEPEHH BEINYUHBI O U3
dopmyns (6):

Aj e 6A + SE + 66, (12)

(e

rme Oz = AE/E — oTHOCHUTENbHAs TOTPEIIHOCTD
omupenenenus moxyiaa fOnra; 6, = AA/A — oTHOCH-
TeNbHAS MOTPEIHOCTh OIIPEIeIeHH AMILTATY/IbI;

AR {1 1 21 +3a }
0, =— - +

+ +=+
 h |a+l 1 3a%+ab+1%2/3)

+[ 1 + 2a+1 JAa— (13)

a+l a’+al+1%2/3

OTHOCHUTEJ/IbHAasA IIOTPEITHOCTDb OIIpeae/ieHusd JINHeH-
HBIX Pa3MepoB o0pasia.

OTHOCHTENBHAS TOTPENIHOCTD OIPEeIeIeHuUsT aM-
IUATYIbI Kosebanuii paccumrana panee 64 = 0,01
(1 %).

OTHOCHUTENBHYI0 IOTPEITHOCTh —OIPEeeTeHuUs
JUHEHHBIX pasMepoB obpasiia HalieM 1Mo opmyie
(13):

6, = 0,0123 (=1,23 %). (14)

B ompenenenun moxyns IOura cymecrsyer He-
KOTOpas HeONpeleleHHOCTb. JIuTepaTypHble IaH-
HbIe YKasbIBAalOT, YTO BelWduHA E 1718 BBICOKO-
YIOPYTHX CTaJedl MOKeT HAXOQUThCA B IIpefeax
or 1,9 - 10° mo 2,1 - 10° MIIa. OueBusnHO, B HameMm
cIydae 3a IOTPEIIHOCTh B OIpPEIeNeHHH MO/
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Puc. 3. Hanps:xenve B 3amanHoM cedeHuu 00pasiia IpPU CTATHYECKON TAPUPOBKE: @ — IUIOCKUH oOpasell; 6 — KOPCETHBIN

obpaserr

Fig. 3. The voltage in a given cross-section of the sample during static calibration: a — flat sample; &6 — corset sample

IOura meobxommmo B3aTe AE = +10%* MIIa. Torma
IIOIyIUM

8 = 0,05 (5 %). (15)

CyMMapHaa MOTPEITHOCTh ONpeeleHusa Hamps-
JKEHUS B PACIETHOM CEUYEHUU COCTABUT

Ao/o = 0,0723 (7,23 %). (16)

Il onpeenenuss HAIPSIKEHUS B 06pasie B Ka-
YecTBe KOHTPOJIBHOTO HCIIOAb30BAIU METOJ CTaTH-
YeCKOH TapWpOBKH, KOTOPHIH OCHOBAH HA CTATHYe-
CKOM Harpy:KeHuu obpasua cunoi F, uamepsemoii
obpasnosbiM auHaMoMmerpom. Hampsixenne B o6pas-
11€ PACCYUTHIBAIIH 10 U3BECTHOH CUJIE C HCITOJIb30Ba-
HHEM (POPMYJIbI

6F(l +a)
o=——"2-.

bh? an

OnHOBpPEMEHHO ¢ IOKa3aHUAMHU 00pas3IoBOTO JUHA-
MOMeTpa CHHMAaJXU JaHHbIE U3MEPUTEJII JTUHEHHBIX
IIepeMele N, H3MepAIero aedopManuio IIPH
Harpy:XeHHUU.

Pesynbprarsl TApHPOBOYHBIX HCHBITAHUH II03BO-
JIJTA TIOCTPOUTDH rpadpuKy 3aBUCUMOCTH BEJIUYHUH Of
U 04 OT aMIUTUTYZIBI AedpOpMaIlii, IpeAcTaBIeHHbIe
Ha puc. 3. Ilomydens! cienyromniue 3HaUeHNA HATIPA-

JKEHUM 71T TUIOCKOTO M KOPCETHOTO 00pasIioB COOT-
BETCTBEHHO:

G, =5014,, -10-6 (ITa),

F :%’F:O,%G-IO’6 -F (Ila);
G A =485Am 1076 (Ha), e
_6(/2+a)

,F =0,444-107% . F (Ila)

OF = 2

Bugmo, uro HampsikeHws B o0pasiiax, OIpeseseH-
HbIe II0 aMILIUTy[e ned)OpPMAallMy U II0 CHIIe, U3Me-
PEHHOH O0pa3IOBLIM AUHAMOMETPOM, OTIMYAOTCA
He 6omee yeM Ha 10 %.

YUT0o6bI OIEHUTH 3TOT PE3YJIbTAT, PACCIUTAEM
MTOTPEIITHOCTD OIPe/ie/IeHNs HATIPSKeHUI B o0pasiie
mo dopmyne (17). OHa CcKIambIBae€TCI W3 IIOTPEII-
HOCTH oTmpefieneHus cuibl Oy = AF/F wu morpern-

HOCTH OIpeeeHns JIMHEeHHBIX PasMepoB o0pasia
5 = Al+£a Ab  zAh
=

l+a b h

Ac/o = & + 6,. (19

IIpu wsmepeHun pasmepoB o6pasiia MHKPOMET-
pom Aa = Al = Ab = Ah = 0,01 mm u §, = 0,00075 =
= 0,075 % — Benmmunua mocrarouyno manas. OcHos-
HyI0 IIOTPEIIHOCTb BHOCHT IIPOIIECC H3MEPEHUs
cuiabl 00pasIOBBIM AUHAMOMeTpoM. Ke Bemmumna
cocraBiaieT ~1 % ¥ IONHOCTBIO OIPENEeseT II0-
IPEIIHOCTh TAPUPOBKH.
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Puc. 4. I'paduueckoe nsobpaxkenne yacTorubix xapakrepuctuk cramu 03H18KM5T-9i1: a — usMeHenus 4acToThl KosiebaHmi
obpasna; 6, 2z — 3aBucumoctu Aw = f(N) B HCTHHHBIX KOOPAWHATAX; 8 — OTKJIOHEHHEe YacTOThI Kojebauuii obpasia B 3aBUCH-
MOCTH OT KOJIMYECTBA [IUKIJIOB HATPYKEHHUS; PEIKUM TePMHUIECKOM 00paboTk — 3akanka + crapenue mnpu 550 °C; nauaibHas yac-

Tora @ = 198,72 I';; marpyska o = 670 MIla

Fig. 4. Graphic representation of the frequency characteristics of steel 03N18KM5T-El: ¢ — changes in the oscillation fre-
quency of the sample; b, d — dependences Aw = f(N) in true coordinates; ¢ — deviation of the oscillation frequency of the sam-
ple depending on the number of loading cycles. Heat treatment mode: Quenching + Aging at 550°C, initial frequency

w = 198.72 Hz, load 0 = 670 MPa

W3 puc. 3 BugHO, 4TO Ayt 060MX THIIOB 06pas-
1I0B HaIpAKeHUe, PACCUNTAHHOE 110 aMILTUTY/E Je-
dopmaruu (04) Ha 8 — 10 % BbIIIE, YeM HAIpsHKe-
HHe, omIpeaeneHHoe 1o cuie (0p). Takoe pacxoxme-
HHE MOYKHO OOBSICHUTD PAAoM (haKTOPOB: IIOTPEIIIHO-
cThi0 B onpenenennu moxayisa IQura, qomyienuamu,
ClEeTAaHHBIMHU TPU BBIBOJIE PACYETHBIX (POPMYJI IS
04 U HEYYTEHHBIMH IIPH TAPHPOBKE CHCTEMATHYE-
CKHMU ITOTPEIIHOCTIMH.

PeSyJIBTaTI:I HCIBITAHUH W HUX oﬁcym,z[enne

IIpumenenue mpencTaBIEHHOTO METOAA ITOKa-
JKeM Ha TpuMepe HCCIe0BaHWA YaCTOTHOH crTa-
OMJIBHOCTH ILTIOCKOro obpasia (cM. puc. 1, 2) us cra-
au 03H18KIM5T-3JI. Haubomsiuii muTEpec mpes-
CTaBjsfAeT CTabMIBHOCTh YACTOTHI MPH HArpyskKax,
OMM3KuX K Impepesay ycramoctu. Ilosromy paccmor-
PUM YaCTOTHBIE XapaKTEPUCTUKU 1A obpasiia, Ko-
TOpBIH paboran ¢ Harpyskoi 670 MIla npu gyacrore
okoso0 200 I'it. IsMeHeHue 4acTOThI OT HAYAIHLHOH B
CTOPOHY YBEIUIEHUS IPUHATO 32 TOJ0KUTEIbHOE, B
CTOPOHY YMEHBIIEHHSI — 3a OTPHUIATEIbHOE. 3a
KOHTPOJBHOE YHCI0 HapaboTKu mpuuATOo 50 MIH
[UKJIOB HArpy:keHus. MarkcuMaibHOe H3MEHEHHe

gacToTel cocrasuio 0,75 ', uro B cpaBHeHHHU ¢ 06-
pasmamu ¢ gpyrumu Bugamu TO mokasano Hauayd-
WA Pe3yIbTaT — CAMYIO BBICOKYIO YaCTOTHYIO CTa-
o6wnbHOCTE. [Ipy BTOM ycTaHOBIEHO, YTO Hauboee
MHTEHCUBHO YaCTOTA H3MEHSJIACh IIPU IIEPBBIX
10 mure 1uKI0B Harpy:xeuus — Ha 0,54 ', 3a mo-
ciepyrolre 35 MIIH IMKIOB OTKJIOHEHHE YACTOTHI
(Aw) cocrasuio 0,21 I'u. Ilpu menpeprsiBHOM padoTe
B TedyeHHe OHA obpaserl HapabaTbIBaj IIPUMEPHO
10 mau nukaoB. YacTroTa u3aMeHsaeTCsa IPU OCTAHOB-
Ke Ha HOYb: yTpoM (1mrocie 10-4acoBoii maysnl) 4acTo-
Ta GOJbIIE, YeM HAKAHYHE BEYEPOM IIPH OCTAHOBKE
HCHBITAHUMH.

Ha gacrorubpix xapakrepucrukax (puc. 4) moxa-
3aHbBI JBe OrUOAIOIINe KPUBbIE: BEPXHIA COOTBET-
CTBYeT 4aCTOTe B MOMEHT BKJIFOYEHUS, & HUKHIT —
qacToTe B MOMEHT OTKJIYEHUd II0CIIe ,I[HeBHOfI pa-
6otbr. CireoBaTeIbHO, BEPXHAS KPHUBAS ITOKa3bIBa-
eT U3MEeHeHHe Ha4YaJIbHOH 4aCTOThI (‘-IaCTOTbI BKJIIO-
YEHHS), A HH/KHAS — U3MEHEeHHEe KOHEYHOH YacTOThI
(gacrorsl oTkaoueHus). CyTouyHble H3MEHEHHs Jac-
TOTHI TIPU HAPAOOTKe IMKJIOB JIEKAT B 00JIACTH, OT-
paHH‘-IeHHOfI 9THUMHU NABYMS KPUBBIMH.
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Ha npyroit yacroTHoit xapakrepucruke (puc. 4, 8)
IpHUBefeHa OfHA JIOMaHad JWHUA. BepTuraabHbBIE
CKa4YKH COOTBETCTBYIOT M3MEHEHUIO YaCTOTHI IIOCIIEe
HOYHOTO IIepephIBa ucnbiTanui. Hakmouubie nuHIN
MTOKA3bIBAIOT XOJ CYTOYHOTO N3MEHEHUS YaCTOTHI 10
Mepe YBeIHdeHNs YHCIa IUKIOB PaboThL.

3asucumoctu Aw = f(N), IIOCTPOEHHBIE B HC-
TUHHBIX KOOpAWHAaATax, UMEIOT BHU/ ABYX IIPAMBIX C
H3JI0MOM B PayoOHE J0JTOBEYHOCTH OK0J0 107 IuK-
708 (puc. 4, 6). Jlo 107 nuka0B mpAMas UMeeT Kpy-
TOM HAKJIOH, YTO TOBOPHUT 00 00/IaCTH MHTEHCHBHOTO
YIPOYHEHUd, IOCIEe U3JI0Ma — HeOOJbIIION HAKIIOH,
KOTOPBIN CBHIETEIBCTBYET 06 YMEPEHHOM YIIPOYHE-
HUWM Marepuasna, T.e. CTalb HabupaeT I[TUKIbI 0JIr0-
BEYHOCTH, HE pa3pyuiasch, IIpAMasd BbIXOOUT Ha Xa-
PaKTepHBINA YYaCTOK «CTabmUaM3anuu». Jacrora Ha-
pacraer MeIJIEHHO, MaTepua paboTaeTr CTaOuIbHO,
YIpOYHEeHHe-pasylnpoYHeHne MeHee HHTEHCUBHOE.

IIpu HaNpsKeHUAX, TPUOTHAKAIOIIUXCA K TIpe-
neJly yCTa/lIOCTH, UCIIBITAHUA 110 BDEMEHHU 6BIJII/I JJI-
TEJIbHbBIMHA U YCTaHOBKa OTKJ/IIYHJJIAaChb Ha HOYb. yC-
TAHOBJIEHO, YTO IIPUPOCT YACTOTHI ITOCJIE OTABIXA HO-
CHT CIy4alHBINM XapaKTep W He 3aBUCHUT OT UHCIA
UKJIOB HapaboTku. B Teuenwne ciemyromiero qus pa-
00ThI 06pasIia YacToTa MOKET YMEHbIIAThCS, HO I10-
JIy4EeHHBIH [IPUPOCT IIOJIHOCTHIO HE UCUE3aET.

IIpoBemenbl HeIpPHIBHBIE UCIIBITAHUS B TEUEHUE
BCEro BpeMeHu HapaboTKu. BeigBiieHo, 4TO mepepsI-
BBl B IIUKJINIECKUX UCHBITAHUAX IPUBOAAT K CKAU-
K000pasHOMY IIPUPOCTY YaCTOTHI, & IPHU HEIPEPHIB-
HBIX HCIBITAHUAX TaKWX CKadykoB HeT. Ilpm stom
CPaBHUTENILHBINA aHAIN3 PEe3yIbTATOB ITUKINIECKUX
¥ HENPepPhIBHBIX WMCIBITAHUN ITOKA3as, 4To obIiee
OTKJIOHEHVE YacTOThI 34 BeCh ITMKJI HApabOTKH B
000uX ciiydasx MPUMePHO OJUHAKOBOE.

3akJIroueHue

PaccmoTrpenb! opuruHaIbHAS 9IEKTPOMATHUT-
Has YCTAHOBKA /I MCIBITAHUN HA YCTAJIOCTh, 0CO-
OeHHOCTH ee PaboThI, CTPYKTYPHAS CXe€Ma CHCTEMBI
ee yIpaBlieHUd U KOHCTPYKTUBHbIE ocobeHHOCTH. B
YCTAaHOBKe peanan3oBaHa paboTa HaA OCHOBE COOCT-
BEHHOM YaCTOThI KOJIeOAHUHN UCILITYeMOTO 06pasIia,
BCJIE[ICTBHUE Y€Tr0 OCYIEeCTBIEH PEKUM, KOTa 4acTo-
Ta IUKJINYECKOTO HATPY:KeHHUs BCerja paBHA cob-
CTBEHHOH dYacToTe KojebaHuil obpasiia, HIpH 5TOM
u3rub o0pasiia MPOM3BOAUTCA SIEKTPOMATHUTHOM
CHJIOH, a pasrub HPOUCXOMUT IIOf IEHCTBHUEM CHJI
YIPYTOCTH MaTepuaia — TaKuM 00pa3oM 06ecrevn-
BaeTCs [UKITHYECKOe HATPY KeHue.

IIpenmosxenbl MeTOAMKA U AJITOPUTMBI pacuera
HAIPSKEHNUH 00pas3IoB pa3InIHONd TeOMeTPUIEeCKOH
hopMBI 71T OIEHKM W3MEHEHUs AMILTATYIHO-4ac-
TOTHBIX XAPAKTEPUCTHK B IIPOIECCE IUKIHUYECKOTO
HATPYKEHUS 10 CXeMe ITOIEePEeYHOr0 KOHCOJIHHOTO
n3ruba IIOCKHUX 00pasIioB B peKUMe «MATKOTO» Ha-

IPY#KEHHS C CHHYCOUAAIbHON (POPMOH MPHUIIOKEHUS
Harpy3KH.

Ha npumepe ucmbiTanua o6pasiioB MapTEHCUT-
HO-CTaperomey CTaIu IT0Ka3aHbl YaCTOTHBIE XapaK-
TEPUCTUKH, IIOIydaeMble DU PeaTn3aIiuy IIpesIo-
JKEHHOM MeTOJWKU, U UX H3MEeHeHUsd B IIpolecce
IUKJINYECKOTO HATPYKEHHUA B OKPECTHOCTHU IIpefiena
BBIHOCJIMBOCTH MaTepHasa.

duHaHCHpPOBaHUE PAGOTHI

JononuuTenbHOr0 (DMHAHCHPOBAHUSA HA IIPOBE-
JeHUe JaHHOTO HUCC/IeM0BAHUS ITOIyIeHO He OBLIO0.

Koudukr naTEpecos

ABTOpBI 3ad4BIAI0T 06 OTCYTCTBHH KOH(JIUKTA
HWHTEPECOB.
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