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NIEHTUPURAIINA U AYTEHTUPURAIINA PACTUTEJIBHBIX
MACEJI METOJIOM ITH®POBOM IIBETOMETPHH
N XEMOMETPHYECKROI'O AHAJIN3A
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Poccua, 123022, Mocksa, 3BeHUropocKoe Iocce, 1. 5.

3 IlenTp rurueHs U snuAeMuoaoruu B Bnagumupcekoi o6macru, Pocensa, 600005, r. Boagmvup, yi. Tokapesa, 1. 5

Cmamus nocmynuna 28 aszycma 2022 2. ITocmynuna nocae dopabomru 28 oxmabpa 2022 2.
Ipunama k nybaurxayuu 24 nosabps 2022 2.

OmmcaH IPOCTOH U JOCTYIIHEIH crIoco0 HACHTU(UKAIIAN U ayTeHTA(UKAITIN ITHINEBLIX PACTH-
TEIBHBIX Maces ¢ UCTIONL30BaHUeM cMapTdoHa U XeMOMETPHUECKOTo aHamsa. Mnentudnka-
LIHIO TI0 PETHOHY IIPOUCXOKICHUA U BUTOBO IIPUHANICKHOCTH (0IMBKOBOE, ITOACOTHEUHOE, Pall-
COBOE, XJIOIKOBOE U IP.) U ayTeHTADUKAIIIO (TOJIUHHOCTD U (haThCADUKAIIL) PACTUTEIHLHEIX
Maces OCYIIEeCTBIIAIN TI0 cOGCTBEHHOH OKpacke W (PIyOpecieHIMH NIpH OOIyIeHHH 06pasIoB
MOHOXPOMATHIECKUM YIbTpaduoIeToBbIM uanydenueM (A = 365 mm). B kauecTBe perucrpupy-
IOIIETO YCTPOHCTBA TIPH HU3YUCHUN ONTHUYECKHX U IBETOMETPHYECKUX XAPAKTEPHUCTUEK IIPHUMeE-
wanu emaptdoub iPhone X u iPhone XIIT (Apple, CIIIA), ocHallieHHBIE CHEIUATUZUPOBAHHBIM
nuporpaMvabM obecrieueHreM RGBer. Ilpennosmens! TecT-yerpoiicTBo Ha 6ase cMapTdoHa U
¢110c06 M3MepeHus [IBeTOMETPUIECKAX IapaMeTpoB B anauTuBHoH cucreMe RGB nnsa unenTu-
duranuy 1 ayTeHTH(UKAITIN ITHIEBHIX PACTUTENBHEIX Macen. O6paboTky MaccHBa JaHHBIX
(mo Tpem mepemenubM R, G u B) mpoBoguwmi ¢ mCmonnbzoBaHUEM IIPOTPAMMHOTO IIPOLYKTA
XLSTAT. Nna muddepeHiuay 06pa3lioB IO PETHOHY IPOUCXOKICHNUA U BUIOBOH IIPUHA-
JIEKHOCTH UCIONB30BANINA METOIEI INIABHBIX KOMIIOHEHT U HEPAPXUIECKOT0 KIACTCPHOTO AHATH-
3a. Aipobanis IpeAcTaBIeHHOTO IIOAX0a BEITOIHEHA ¢ HCIIOIH30BAHUEM 06pasIioB PACTUTENb-
HBIX MaceTI KOMMEPUECKOTO IIPOU3BONCTEA, IPUOOPETEHHEIX B MATasHHAX PO3HAYHOH TOPTOBJIH.
IIprveHeHne XEMOMETPUIECKOTO AHAN3a II03BOIUIO YCTAHOBUTE ITOIUHHOCTD MAcesI, HIeHTH-
pUIpPOBATh X II0 PETHOHY IPOUCXOKICHUA U BRIABUTL (GakThl GanbcuhuKaluy IyTeM pas-
GaBIeHI JOPOTUX Macel 6Gonee fermeBbIMHA. 1IpenosKeHHEIN cIoco6 OIEHKU KavuecTBA PacTH-
TEIHHOH IPOIYKITHHN OTIMNAIOT IIPOCTOTA AllIapaTyPHOTO 0(POPMICHHS, JOCTYITHOCTE HCIIOIL3Y-
EMBIX TEXHUICCKHUX CPEICTB U MATEPUAIOB, BO3MOKHOCTDL AHATH3A Ha MecTe 6e3 IpUBICICHUS
BBICOKOKBATH(PUITPOBAHHEIX CICIUANNACTOB, 4 TAKKE HATIATHOCTD U 9KCIPECCHOCTD IIONIyde-
HUA UHPOPMAITIH.

KmogeBsie caoBa: nueHTUDUKAIMA U AyTeHTU(UKATNA PACTUTEILHBIX Macel; nudpopas
LIBETOMETPHS; CMAPTHOH; XeMOMETPHICCKUH aHAINS.
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A simple and available method for identification and authentication of edible vegetable oils using a smart-
phone and chemometric analysis is presented. Identification of oils by the region of origin and species (ol-
ive, sunflower, rapeseed, cotton, etc.), as well as their authentication (authenticity and falsification) were
carried out by the intrinsic color of vegetable oils and fluorescence under irradiation of the samples with
monochromatic ultraviolet light (A = 365 nm). The iPhone X and iPhone XIII smartphones (Apple, USA)
equipped with a specialized software (RGBer) were used as a color-recording device in the study of optical
and colorimetric characteristics. A smartphone-based test device and a method for measuring colorimetric
parameters in an additive RGB system for identification and authentication of edible vegetable oils are
proposed. The processing of the data array (for three variables R, G, and B) was carried out using the
XLSTAT software product. To differentiate the samples by the region of origin and species, the method of
principal components and hierarchical cluster analysis were used. Approbation of the developed approach
was carried out on the samples of commercially produced vegetable oils purchased in retail stores. The use
of algorithms of chemometric analysis made it possible to establish the authenticity of vegetable oils, iden-
tify them by the region of origin, and to reveal facts of falsification by diluting expensive oils with cheaper
ones. The developed method for assessing the quality of plant products is advantageous for the simplicity
of hardware design, the availability of technical means and materials used, the possibility of in situ analy-
sis without involving highly qualified specialists, and the clarity and speed of obtaining information.

Keywords: identification and authentication of vegetable oils; digital colorimetry; smartphone; chemo-

metric analysis.

Beenenne

AgTyanpHOCTH Pa3paboTKHM HOBBIX IIOAXOH0B
JJISl YCTAHOBJIGHWS IIOJJIMHHOCTH ¥ IIPOBEIECHUS
ayTeHTH(DUKAINY IIUIEBBIX IIPOAYKTOB 00yCiIOBIIe-
Ha MHOro06pasueM moaaenok u (parbCru(PUKaTOB HA
PBIHEE, KOTOPbIE HAHOCAT CYIIECTBEHHBIN YKOHOMU-
9eCKHU YPOH CTPAHAM-IPOU3BOAUTENAM OPHUIH-
HAJILHOU Iponykiuu. Beiasienue (anscuduranmu
PACTUTENBHBIX MACEJ OCYIIECTBIHIOT IIPEUMYIIe-
CTBEHHO XPOMATOrPA(PUIECKHMHU U CIIEKTPOCKOIIH-
gyeckumu meroxamu [1 —5]. Bonee mocrynubiM, HO
He Menee sprderTuBHBIM U 061a7a0ITUM GOIBITUM
[OTEHIMAIOM HBIfeTcH Merox nu)pOBOM I[BETO-
merpun. MobunsHOCTS IU(PPOBLIX YCTPOUCTB U YHU-
BEPCAJIIBHOCTH [[BETOMETPUIECKUX CHUCTEM CIIOCOOCT-
ByeT BHEADPEHHIO METOAA B PA3IHIHLIX 001aCTAX
aHanuTHIeckol xumuu [6, 7]. B paMxax HaydHBIX
HUCCIEJ0BAHNY HA CETOTHANTHUM [€Hb IBETOMETPHUSI
C WCIOJB30BAHUEM CMAPT(OHA HANLIA MIHPOKOE
npuMeHeHne B (PapMALEeBTUYECKOM aHanuze [8 —
10], ananuze 06LEKTOB OKpYyRaOIIel cpeasr [11, 12]
u nuneBod npoxyrnuu [12]. JlononsurensHoe Ipy-
BJIEYEHME METO0B CTATUCTHIECKON o6paborku nau-
HBIX 3HAYHUTEILHO YBEIMYUBAET BO3MOKHOCTH LIBE-
TOMETPHUH B LEIAX UACHTH(UKAMY U ayTeHTU(H-
karuu [13 — 19]. Tak, ¢ ucnonb3oBaHWeM MHKPO-
JEMIKOCTHOTO yCTPOMCTBA U cMaprdoHa paspaboran
npocrou crocob onpexpeneHus 10au)eHOIOB MeTO-
gom rudporoi riseromerpuu [13]. Paz6asnenune 06-
pasia H-IIPOIAHOIOM II03BOJIHIIO IPOBECTH IIPAMOU
AHAIN3 OJIUBKOBOTO MACia HA 6yMasKHOU IIOIJIOKKe,
npouuransou pearkrusom Posnmua — Yoranrey, 6e3
npexBapuTensHOU dKcrpaknuu. [Ipexen obuapyske-
Hus 10au()eHOIOB B [Iepecdere HA TAJIOBYIO KHCIIO-
Ty cocraBmi 30 MKI/T.

Hua cvecedl IIONCOTHEYHOIO, XJIOMKOBOTO WM
parmcoBoro macia ¢ npumenenuem cucrembr CIELab

u (poroannapara MpPOAEMOHCTPUPOBAHA PAZHUIIA B
[BETOBBIX IIAPAMETPax, 0GYCIOBIEHHAS COIEPIKAHU-
€M TAKHMX [UTMEHTOB, Kak xiopoduit u 6era-Kapo-
tuH [14]. B paore crarmcrrdeckn MOKA3aHO HAJM-
que pasnuduii B 3HAYEHHUAX HCCIEAYEMBbIX II0KA3a-
tesed. [lokasaHo, 4TO AUCKPUMUHAHTHBIN AHAJIN3
aBusgercd 5(PeKTUBHBIM MHCTPYMEHTOM JIJIS Kade-
CTBEHHOH nugepeHnuanuy HaTyPaTbHOTO TOACOI-
HEYHOTO MACaa U (PasbCH(PUIIMPOBAHHOTO 00pasIa,
COZlEPIKALLETO IIPUMECH [PYTUX MaCeJL,

Pacrurensupie macma npossasor dyopec-
IIEHTHBIE CBOMCTBA 34 CYeT IIPUCYTCTBUA B HUX TO-
rkodepoioB, xnopoduiuioB u (PEHOIBHBIX COeIUHE-
uui. [To coorHOmMenuam a-rokodepoi/(f + y)-roxo-
depon u S-rorodepon/(B + y)-rorodepoin, HaumeH-
HBIM METONOM (PIyOPECIEHTHON CIEKTPOCKOIINH,
OIpenessaT (PATbLCH(PUKAIUI0 OJIMBKOBOIO MAacia
[15].

TIpencrapiena HOBAs CEHCOPHAA CHCTEMA IS
ayTeHTH(WUKANUY IUIEBLIX IPOAYKTOB (OJIMBKOBO-
IO MACiIa U MOJIOKA), OCHOBAHHAS HA KOMIIBIOTEDHOM
3penmH W pacrnosHaBauuu 06pasos [16]. Cucrema
HCII0JIb3YeT CMAPT(OH AJIA [I0CIeL0BATEILHON TeHe-
panyuu U3iIy4eHUusa paBHOfI AJIMHBI BOJIHBI AJId OCBE-
uenus ofpasna, opu sToM Kamepa cMaprgoHa Ciry-
JKUT JUIA PETUCTPALMHA OTPAKEHHOTO CBETA IIyTEM
samucu Bumeo. Bumeo o6pabarsIBaroT ¢ IOMOIBIO
METO0B KOMITBIOTEDHOTO 3PeHUs U 1peofpasyior B
JAHHBIE [ATYNKA B BUJE BeKTOpa AaHHbIX. J[aHHbIE
IATYHEKA, B CBOIO 0Yepelb, AHAIUZUPYIOT C HCIIOIb-
30BAHMEM METOAOB pacnosHasaHnus obpaszos. [lusa
KIacCU(PUEAIINY TPOAYKINK B IEIAX MOBBIIIEHUA
atppekTHBHOCTH ¥ HANEKHOCTH IIPUMEHSIOT METO.
YACTHIHON perpeccu HaWMEHBbIIHWX KBaJAPaTOB.
TIpu npoBepke HOMJIUHHOCTH OJMBKOBOIO MACIA H
MOJIOKa JOCTOBEpHOCTH cocraBmiaa 96,2 u 100 %
COOTBETCTBEHHO,
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Ilma wmaccucuranum o06pasioB  ONHUBKOBOTO
macia riepeoro oruMa (mapok A, B u C) u nposep-
Eu (panbCU(PUKALIMN COEBBIM MACIIOM IIPEIJIOKEHDI
HOBBIE IIOAXO[bI, OCHOBAHHBIC HA IHU{POBBIX H30-
opaskenmax [17, 18] u meromax KOHTPOIUPYEMOTO
pacmosuasauua o6pasos [17]. lanasie B 1iBeTOBOM
upocrpancrese RGB ucnonbsoBanu giasa paspaborku
MOJeIel KIACCH(DHKALMH HA OCHOBE JIMHEUHOTO
JUCKPUMHUHAHTHOTO AHAIW3a C IIPEIBAPUTEIHHBIM
BbIGOPOM II€pPEeMEHHBIX AITOPUTMOM I[IOCJIeZOBa-
TENBHBIX IIPOCKINH U IUCKPUMHHAHTHBIM AHAJIHU-
30M HA OCHOBE YACTUYHBIX HANMEHBIIUX KBAAPATOB.

B pa6ore [19] upeacrasnen mpocroit u HExopo-
TOM IIOJX0J, OCHOBAHHBIM HA PACIIO3HABAHUU Iu-
poBbIx m3obpaxenud U 06pa3os, IjIA Kiaccuuka-
WY THIEBLIX PACTUTEIBHBIX MACeJ 0 BUIOBOU
[PUHAMIEKHOCTH (COEBOE, PAIICOBOE, [IOACOIHETHOE
U KYKypy3HOE) M COCTOSHHIO XPaHeHud (IIpocpo-
YeHHOe M HempocpodenHoe). J[ad 5Toro 6bUtHM Homy-
4eHbBI n300pasKeHus 00PA3II0B PACTUTEILHOTO MACIa
¢ Be6-KaMephl ¥ BBIYUCIEHO YACTOTHOE pacipeese-
HUe IIOKazareied nsera B kKananax RGB, orrenka
(H), maceunennocru (S), uarencusnocru (I) u or-
TEHKOB ceporo. Jlis mocrpoenus Monesnel Kiaccu-
dHuKanMM  UCIIONB30BAMN JIMHEWHBIN TUCKPHMHU-
HAHTHBIA AHAJW3 HA OCHOBE COKPAIIEHHOTO IIOJ-
MHOKECTBA II€PEMEHHBIX. PesynbraThl CBHIETEh-
CTBYIOT O TOM, 94TO Pa3paboTaHHBIH CII0CO6 ABIAETC
MHOT006eIIa0Ield albTePHATHBOM A IPOBEPKU
MOJJIMHHOCTH W COCTOSHHUA XPAHEHWS IHIIEBHIX
PACTHTEIBHBIX MaCel.

IIpennoxennnie B Hay4HbIx paborax MOAXOABI
1715 BhIABICHUS (PATbCHPUKAIINY WIH Ol PeIeIeHI A
BUOBOM NPUHAMICKHOCTA PACTHTEIBHBIX MACe
OCHOBAHBI HA HCKIIOYUTENBHBIX CBOUCTBAX AHAJIH-
supyemoro obbexra. Pacrurennmbie macma copep-
JEAT [IMTMEHTHI, Xaparrepusymoomue ux nser. sHei-
THIM W OPAHIKEBBIM OTTEHKHU I[BETA CBA3aHLI C HAa-
JIUYreM B MACIaX KApOTHHOUIOB. PacTurenbHbIe
Maciia, Kak IIpaBwmiio, cojep:kar B-raporuH. Seme-
HBIH OTTEHOK MAacily HPHUAAT XJI0PoQULIbI, IIpe-
HMMYII[ECTBEHHO CHUHEe-3eIeHbIH Xaopoduit A u sxen-
To-3eseHbId xnopoduin B. Ilns pacturensHbIx Ma-
cesi B GOJIBIIMHCTBE CILy9aeB XapaKTePHO [IPUCYTCT-
Bue xiopoduiia B [20].

B panmoit pabore npogeMoHCTPEPOBAH IPOCTOU
¥ JOCTYIHBIH CII0CO0 MAEHTH(DUKALNU U AyTeHTH-
duKanuu pacTUTENBHBIX MAcea MeTogamu Iudpo-
BOU [IBETOMETPHYU U XeMOMETPHIECKOTO AHAIN3A.

IKCIEePUMEHTATIHHAA IaCTh

Annapamypa. B kadecrBe uBeroperucrpupy-
OIIEr0 YCTPOHCTBA IPH HM3yYeHUH OINTHYECKUX U
IBETOMETPUYECKUX XAPAKTEPUCTUE HCIIOIL30BAIN
cmaprgonust iPhone X u iPhone XIII (Apple, CIITA),
OCHAIlleHHbIE CIIENUAJIU3UPOBAHHBIM ITPDOTPAMMHBIM
obecieuennem RGBer. Bos6yxnenue guyopecuen-

WY [IPOBOAMIIN IIOCPEACTBOM HCTOYHUEA MOHOXPO-
MAaTHYECKOTO UBJIYYEHUd C JJIMHON BOJHEBI 365 HM,
B KA4ECTBE KOTOPOIO [IPUMEHIN OCBETUTEIb JIIOMU-
HECII@HTHLIM jauarHocrudeckuii «Jlamma Byga
OJIIT-01» (Poccus).

B pabore ucnons3oBanu ogHOKaHAIBHEIE Mexa-
HUYECKHE [03aTopbl IepemeHHOro ofwema 50 -
100 mxa, 1000 — 5000 mxn Proline Biohit (Biohit,
Duunanaus), IPOOGUPKYU [MONHUIIPOIIUIEHOBEIE BMe-
crumoctbio 15 v (SPL Life Sciences Co., Kopes),
npobupkn  Jnmenmopga BmecrumocTteio 0,5 M
(GenFollower Biotech Co., Kuraii).

Ilposedenue anaauza. O6pasipl pacTUTEIBHBIX
Macesa KOMMEPYeCKOTO IPOU3BOACTBA A IIPOBEIe-
HUS HCCIAEA0BAHUU NPHOOpeTain B MATA3UHAX PO3-
HUYHOU TOProBiu (cynepmaprerax) r. Bnaguvupa B
nepuoz ¢ Hoabps 2021 r. mo mapr 2022 r. (tabuuna).
O6pasmpl 6bUTH YIIAKOBAHBI B IUIACTHKOBYI WK
crernauuyo Tapy. Or6op npob ocyuiecTBisau ¢ co-
OJIF0IeHHEeM CPOKOB TOAHOCTH. AHANHW3 IPOBOLUIA
HEIIOCPEACTBEHHO IIOCIE BCKPLITHSI  YIIAKOBKH.
Kpsimen murponpobupor dnnennopda samorHsam
00pa3maMu paACTHUTENBHOIO MAcia, yCTAHABIWBAIU
Ha wTaTus u GororpadupoBain Kamepon cMapTdo-
Ha (puc. 1). Ilpu usyuenun ¢uyopecuenun Macei
TecT-ycrporicrBo obiydanu Y P@-uznydenumem (A =
= 365 M) u nposoguiu pororpadupoBaHUe B TEM-
HOM momeleHuu. l]Beromerpudeckue xapaxrepu-
CTHEY 06pasI0B OLEHUBAIIH C UCIIOTIb30BAHUEM IIPO-
rpammuoro npoxaykra “RGBer”.

Hns cospanus (hanscupUIUPOBAHHBIX CMECEH B
Mpo6HUpEN BMECTHMOCTEI0 15 Mur momeranu 1, 2, 4,
5,6, 8 1 9 MJI OJIMBKOBOTO MACJIA B COOTBETCTBEHHO
9,8,6,5,4, 2 u 1 M IOACOIHEYHOTO MACaa, CMECH
TIATEILHO [IePEMEIIUBAIH.

Xemomempuueckuii arnanus. Jna unentuduka-
OHH ¥ AyTeHTU(DUKALINY PACTUTEIBHBIX MACET LIPH-
MEHSJIM MEeTOJA TIJABHBIX KOMIOHeHT (principal
component analysis, PCA) u mepapxuaeckuii Kia-
crepuni ananus (hierarchical clustering analysis,

HCA) ¢ ucronb3oBaHueM IIPOTPAMMHOTO ofecriede-
aua XLSTAT (v. 2021.3.1).

O6cy:kaeHne pe3yasLTATOB

Ilseromerpuueckue napaverpsl OKpacku (1Be-
Ta) ¥ (PIYyOPECIEHITNY ITHIEBLIX PACTUTEIBHBIX Ma-
cesl SABJAKTCH IOKa3areiieM CyYMMAPHOTO COfepska-
HHS [IMTMEHTOB U (DEHOJIbHBIX COSAUHEHUN Pa3ind-
HOU MPUPOABI, KOJHYECTBO M COOTHOIIEHUE KOTO-
PbIX 3ABUCAT OT BUAOBOM [PHUHAJIEKHOCTH, PEIUO-
Ha IIPOMCXOMIEHUsA, ocobeHHOCTENH 06paboTku u
XpAHEHUS.

Tlocne cepuu npenBapUTENbHBIX HCCISI0BAHUN
YCTAHOBJIEHO, 9TO [JIA MICHTH(UKAIUY OLTUMAI b-
HOU SBJAETCH CTATHCTHIECKas 00paboTka aajiuTHUB-
HOTO moKasarens meera B Kamanax RGB (o tpem
nepemenuas R, G u B). Ilpumenenne merona rias-
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HBIX KOMIIOHEHT M HMePapXUYeCKOro KJIACTEPHOTO
amanuza 1ia 06paboTKH MACcCUBA JAHHBIX T03BOJIU-
JIO BBINOJHUTEH An(hepeHnuanuo o6pasnos pacTy-
TEABHOIO Macja [0 uX CcoOCTBEHHOU OKpacke
(puc. 2). Ilo xapakrepy pacrpeaeleHus TOYEK HA

rpacure PCA u genpporpaMme ynaerci BBIIEIUTDH
3HAYMMBIE 06IACTH A OJHO3HAYHOTO PELIeHUs O
[IPOUCXOKIEHUH IIpeAcTaBieHHbIX 00bexroB. (06-
pasibl MMOACONHEYHOrO MACHA PACIOJIOKUINCH HA
rpadure PCA B xBagpantax I u II, o6pasier onus-

Puc. 1. Tect-yerpoiictso (@) u duyopecieHnna pasIrIaeix Macel (6) (1udpbl Ha OTO COOTBETCTBYIOT HOMepaM 06pasIioB pac-
TUTENBHBIX MACET U3 TAOIUITH)

Fig. 1. Test device (a) and fluorescence of various oils (b) (the numbers in the photo correspond to the numbers of vegetable
oil samples from table)

Bug, roprosas Mapka u cTpaHa-IPOU3BOAUTEND 06PasloB PACTUTEILHBIX Maces

Type, trade mark, and the country of origin of vegetable oil samples

Homep o6pasna Bug pacturensroro Macma

Toprosas Mapka
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OnuBKOBOE

JIpHAHOE HepagUHUPOBAHHOE
Tlopconueunoe ¢ fo6aBIeHIEM OJIUBKOBOTO
OnuBKoBOE

OnuBKoBOE

Koxocosoe

OnuBKoBOE

ITonconueunoe

ITopconueunoe

TlopconueuHoe + OIUBKOBOE

Topumrinoe

OnuBkoBOE

Kyxypysuoe

O6nenuxoBoe

Tlogconueunoe ¢ fo6aBIeHIEM OJIUBKOBOTO
Tloxconneunoe padrHIpOBAHHOE, 1300 PHPOBAHHOE
ITanemoBoe Macio

ITopconueunoe

KymxyrHoe

JIbHAHOE

TrIKBEeHHOE
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«Altero»
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Hranmua
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KOBOro Macia — B KBagpanTax III u IV. O6mactu B
JOCTATOYHOM CTENEeHU JOKANTU30BAHBI, YTO IIPEAOT-
BpAaIaeT BBIIAYY JIOKHOIIOIOKUTEIbHBIX Pe3yabTa-
ToB. Ha meHmporpamMme rpyrmbl pasiWudHBIX BHIOB
MaceJ B IIOJHON Mepe pasfejieHbl B OTAeIbHEIE BeT-
BH, He COJep:Kalliie COMHUTEIbHBIE WK CIIOPHBIE
06 BEKTHL.

HccnepoBanme dryopecreHTHBIX CBOUCTB pac-
THUTEIBHBIX Maces HOCPEICTBOM I[BETOMETPHIECKOM
cucrembl RGB mossonmiio pasgenuts rpymmy o6pas-
0B HA [BA OTHENBHBIX, HE II€PEKPLIBAIOIIHXCA
Mmesxay cobout knacrepa (puc. 3). Ha rpadmre PCA
BHHO, YTO 00pAa3IIbI OJUBKOBOTO MAC/Ia HAXOIATCS B
kBaapantax 1 m II, o6paspl moacomHedyHOTO — B
kBagpanrax Il u IV. B srom ciyuae ymaercs ripo-
CIIEUTh JIOKAIBHYI KIACTEPHU3ANMI0 BBHIOPAHHBIX
IJisi aHanu3a OOBEeKTOB II0 PEeruoHy BHIPAGOTEKU
(crpame-tipomseogurento). Ob6pasnsr 4, 5, 12, 24
npoussenensl B Uranuu, o6pasusr 1, 7, 23 — B He-
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16 s .
Lo 1B 1 . 9
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a o | ®r v
-3 -2 -1 0 1 2 3
F1 (68,04 %)

nanuu (cornacHo uH(popMaruy Ha STukerke). ['pyn-
me1 4,5, 12 u 1, 7, 23 pacmonoxenbl 0COGEHHO TLTOT-
uo. Crnexgyer OpenIoNoKHUTL, 9YTO  BAJIOBOE
copep:xanue (PIyopeciupyromux KOMIOHeHTOB ((e-
HOJIbHBIX COEQWHEHHU U XJIOPO(HILIOB) SIBISAETCSH
6osee crerupUIeCKON XapaKTePUCTHKOM, YHUKATE-
HOU I UCXOIHOTO CBIPhS, 4eM HAJIW4He KapOTH-
HOHJIOB, OTBETCTBEHHBIX 38 [[BET KOHEYHOTO IIPOLYK-
Ta.

Baskno yumreiBaTh, 4T0 HaA CofEpIKAHUE TEX WIH
WHBIX KOMIIOHEHTOB B KOHEYHOM MIPOAYKTE OKA3bI-
BAET BIMAHKE PAPUHUDPOBAHKE MACIA, CXeMbI KOTO-
POTO y Pa3IWYHBIX IIPOM3BOJUTENIEN CYIIECTBEHHO
pasnuuarorcda. Hanpuwmep, B ciaydae agcopOmuoHHON
padmHALIMY MACIO OCBETIAETCA U 00eCIIBEYNBACTCH.
Meroz rinaBHBIX KOMIIOHEHT Aa€T BO3MOKHOCTH Pas-
JIeIuTh OOBEKThI MO OCOOEHHOCTAM TEXHOJIOTHIE-
croii obpaborkm: Ha rpadmke obpasmbr 8, 9 (Hepa-
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Puc. 2. I'pacdux PCA nna npenruduramu omuskosoro (1,4, 5,7, 12, 23, 24) u moxconueunoro (3, 8, 9, 15, 16, 18) macern mo co6-

CTBEHHOM OKpacke (a) U COOTBETCTBYIOIAL AeHaAporpaMma (6)

Fig. 2. PCA plot for identification of olive (1, 4, 5, 7, 12, 23, 24) and sunflower (3, 8, 9, 15, 16, 18) oils by their own color () and

a corresponding dendrogram (b)

1,5

® Ot
L]

4
1,0 126 £ 7

el
[528
'
y
N
o

S
w 0,0
©
o~ ®8
L 05 3 1
[
e ° 16

-1,0 ol -

15
) 18 o7
a

-3 2 -1 0 1 2
F1 (64,50 %)

18
15
16

h
T

23
24

— 6
0

5 10 15 20 25

Puc. 3. I'padur PCA ana ugentuduranuu onuskosoro (1, 4, 5, 7, 12, 23, 24) u noaconueusnoro (3, 8, 9, 15, 16, 18) macen mmo ux

dmyopeciienuu (@) ¥ COOTBETCTBYIOIIAA AeHAporpaMmMa (6)

Fig. 3. PCA plot for identification of olive (1, 4, 5, 7, 12, 23, 24) and sunflower (3, 8, 9, 15, 16, 18) oils by their fluorescence (a)

and a corresponding dendrogram (b)
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Puc. 4. T'padux PCA pua npeHTHQUKAIN PAa3IUIHBIX BUIOB PACTUTENBHBIX Macel 10 cofcTBeHHOH oKpacke (a) u dryopec-

IeHnMH (6)

Fig. 4. PCA plot for identification of various types of vegetable oils by their own color (a) and fluorescence (b)
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Puc. 5. I'padur PCA gna nnentuduxanuy pasGaBieHns 0IUBKOBOTO MACTA MOCONHETHBIM 0 quIyopecieHnny (@) u cober-

BEHHOU OKpacke (6)

Fig. 5. PCA plot for identification of the dilution of olive oil with sunflower oil by fluorescence (@) and intrinsic color (b)

¢uruposanusie) u 3, 15, 16, 18 (padunuposannnie)
pacronararporea B pasabix keagpanrax (111 u IV).

XeMOMETPUYECKUN AHAIWU3 ANIUTUBHOIO CHI-
nana RGB moseonser nposectu nudydrepeHiuanuio
aHanu3upyeMoro Habopa PaCTUTEILHBIX MACEe] Ha
RJIACTEPBI B COOTBETCTBUHU C COOCTBEHHOU OKPACKOU
u 1BeToM Quryopecrennmu (puc. 4). ITH BKCIEpH-
MEHTAJIBHBIE Pe3yIbTAThI MOTYT OBITH MOJIE3HBIMA
IJI1 XAMWUYECKOU SKCIEPTH3bI HECKOILKUX BH3Y-
AIBHO ¥ OPraHOJENTHYECKH CXOXHX 06pasios.
Ilyrem cpaBHeHus HaHHBIX, HOIYYEHHBIX HA OCHOBE
OBYX PA3HBIX I[[BETOMETPHYECKUX HCCIAELOBAHUU
(oKpackm w (QIIyOpPEeCHeHIINH), HUCIBLITATEND CIIOCO-
6eH pmenarh BBLIBOJA 00 HIEHTUYHOCTH WM HEWeH-
THYHOCTH OOBEKTOB DKCHEPTHU3LI (€3 IPHBIEYCHUS
ZOPOTOCTOAINETO U Y3KOCHEeUAIU3HPOBAHHOTO 060-
pynoBaHU.

IIpegnaraemas wmeropmka ¢ ycmexoM MOMKeT
OBITH WCIIOJH30BAHA /IS BHIABICHUA (parbcupura-
oy InyreM pasbaBiieHus JOPOTHX COPTOB (BHIOB)
macen Gonmee memesbiMu. B kadecrBe mpumepa Ha
puc. 5 npexncrasinens: rpaguru PCA pna upeHrn-
uranmu pasbaBieHUs OJIMBKOBOTO MACIa IIOLCOI-

HEYHBIM 10 (piryopecieHnnu u COOCTBEHHOU OKpa-
cke obpasmos. [lpu yBenwdeHun COMEpIKAHUA MION-
COJIHEYHOIO MAcCjia B OJHUBKOBOM I[IPOMCXOIUT
W3MEHEHHe LBEeTOMETPHUIECKUX H (PIyopuMerpude-
CKHX CBOMCTB MPOAYKTA, YTO IIPUBOAUT K CMEIIeHUIO
monosxenus obpasma uwa rpadgure PCA (cm. puc. 5).
O6ocobaennocTs o6pasia 3 ocobeHHO 3aMeTHA IPHU
OIleHKe COOCTBEHHOM OKpacku (cM. puc. 5, 6) u cBu-
AeTeIbCTBYyeT 06 OTCYTCTBHH B HEM OJIMBRKOBOTO MacC-
J1a. Y CTaHOBUTH COepiranue (PaIbCUPUIHPYIOLIeH
000aBKM MOMKHO [PH HM3y9eHuH QiyopuMerpude-
CKHMX CBOUMCTE oOpasma (cMm. puc. 5, a): 3aBUCHMOCTD
ABJIAETCA BHU3YAJBHO HpOC.TIe?KHBaeMOfI U Harjasana-
uoii. ITo xapakrepy pacmonoxenus ofpasmoe 10 u
15 ma rpadwmke MOKHO CHENIATH OAHO3HAYHOE 3a-
KJII0YEHUE O CONEP:KaHUM B HUX OJIMBKOBOTO MACia,
yro corjiacyerca ¢ uHGOpMALHMed IPOU3BOIUTEINS
HAa STHUKETEE.

YCraHoBJIEGHO, YTO 3AaBHCHMOCTL KOMIIOHEHTBI
F1 or coorHomeHus 0JUBKOBOTO U IIOACOJHEYHOIO
Macesl HOCHT JHWHEWHBIN xaparrep (puc.6). He-
IIOJB30BaHUE TAKUX TPagyupoOBOYHBIX 3aBHUCHU-
MOCTEH II0O3BOJIAET IIPOBECTH KOJHIECTBEHHYIO
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Puc. 6. 3aBucuMocTs rIaBHOM KOMIIOHEHTHI F'1 oT ComepiKanuga OTUBKOBOTO Macla B IIOACOMTHEYHOM IIPHU U3MEPEeHNN cbnyopec-

menuy (a) U Mo coGCTBEHHOM oOKpacke (6)

Fig. 6. Dependence of the main component F1 on the content of olive oil in sunflower oil when measuring fluorescence () and

by the own color (b)

OLIEHKY COJEPIKAHUA OJMBKOBOIO MAacja B IIO[COJI-
neunoMm (m maobopor). ComepsraHue ONHUBKOBOTO
macia B obpasnax 10 u 15 cocrasmio 35 u 38 % 06.
COOTBETCTBEHHO,

3araoYeHne

B pa6ore mpomeMoHCTPHPOBAHBI BO3MOMKHOCTH
MeToa MuQPPOBOH IBETOMETPHUH € UCIIOIb30BAHUEM
cMaprdoHa 1A PETUCTPAIINHA AHAIUTHIECKOTO CHT-
HAJIa B COYETAHUM C METOAMH TJTABHBIX KOMIIOHEHT
M HMepapXWYecKoro KJIACTePHOr0 aHAIW3a B IEIAX
audydepeHITMPOBAHKS PACTUTEIBHBIX MACEN IO BU-
JOBOM MPUHAMIEKHOCTH, PETUOHY ITPOUCXOKICHUSA
¥ CONEP:KaHWI0 HEe3aSBIEHHBIX KOMIIOHEHTOB IIpH
IIBETOMETPHUYIECKON OIeHKe WX COGCTBEHHOU OKpa-
CEH U (pIIyopecrieHIum.
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Cmamus nocmynuaa 7 aseyema 2022 2. Ilocmynunae nocae dopabomru 7 aszyema 2022 2.
Ipunama k nybaurkayuu 24 nosabps 2022 2.

I'mudocar u rmodocuHaT — IMPOKOIUATIA30HHLIE HeM36UpaTeIbHbIe TePOUIIILI, TPUMeHe-
HUe KOTOPBIX IIPUBOIUT K 3aTPASHEHUIO IIPOLYKITUH PACTATEIHHOTO IIPOUCXOKIEHNS, KOTOPYIO
HCTIONL3YIOT A OTKOPMA CeThCKOX03IHCTBeHHBIX JKUBOTHEIX. PaspaboTana celeKTUBHAS METO-
JIHEA XPOMATO-MACC-CIIEKTPOMETPHIECKOTO OIIpefeleHud IudocaTa, ero MeTaboIuTa — aMIHO-
MeTnadhocOHOBOH KUCIOTH — U INIIO(OCHHATA B MACe, CYOIIPOAYKTAX U MOJIOKE € IPEeIoM KO-
JIMUeCTBEHHOTO OlIpeaeneHus raudocara u rmodocunara 0,05 Mr/kr, aMuHOMeTHI()0CHOHOBOI
xucaoTel — 0,4 MI/Kr B Msce u cybnponyxrax u 0,02 u 0,05 MI/KT COOTBETCTBEHHO B MOJIOKE.
OmnpenensgeMble coeqUHEHIA H3BIEKAIOT U3 00BEKTOB HCCIETOBAHNA PACTBOPOM CYIB(DOCATHITH-
JIOBOH KHCJIOTHI, IIPOBOJAT IEPBUYHYI0 OUUCTKY SKCTPAKTOB ¢ IIOMOIIBI0 00paIieHHO-(DasoBoro
copberra Cig, TepUBATH3UPYIOT ONpefelAeMble COeTUHEHHA 9-(IyopeHnIMeTOKCHKAPOOHIII
XIIOPUNOM, TIPOBOIAT (PUHATLHYIO OUUCTKY JCPUBATOR Ha cOPOEHTE cO cnabbIMU KATHOHOOOMEH-
HBEIMH cBoOHcTBaMH. OUHINIEHHBIN 9KCTPAKT KOHIEHTPUPYIOT, PasbaBiIaioT cMechio METaHoIA ¢
YKCYCHOH KHCTIOTOH B BOLE, MEHTPU(MYTUPYIOT X UCHONB3YIOT I aHamnsa. XpoMarorpadirae-
CKOe pasjie/leHre BBIIONHAIOT Ha KOJIOHKe ¢ 00palneHHo-(asoBbM copberToM Cig, a AeTeKTHpO-
BaHUE — MeTOIOM TaHIeMHOH Macc-cuekTpoMerpun. [IpoBenennas Bamunais MEeTOIUKY IIOKA-
3aja, YTO OTHOCHUTEIBHASA PacIIUpeHHAas HeolIpeNeleHHOCTh B HIGKHEM AUallasoHe OIpenerd-
eMBIX COZIEPIKAHIN HAX0OUTC B Ipenenax or 27 no 41 % nna rudocara, 25 — 29 % Aaa aMuHO-
MeTundocdoHOBON KUCI0TH U 25 — 34 % nnsa rmiodocHHaTa B 3aBUCHMOCTH 0T 00BEKTA aHATH-
3a. JlocTUTHYTHIE 3HAYEeHU TIpefiena OIpeae/eHIA COTIACYIOTCA ¢ YCTaHOBIEHHBIMH BpEMEHHBI-
MU MaKCUMAIBHO JomycTuMbMu yposHamu B CarnlluH 1.2.3685-21.

Kmo4deBslie ciroBa: rimidocar; aMuaoMeTHI(0cPOHOBAT KACIOTA; TII(POCUHAT; META00IH3M;
npoaykuus xueoTHOBOACTBA; BOMX-MC/MC; amanus.

SELECTIVE METHOD FOR QUANTITATIVE DETERMINATION

OF GLYPHOSATE, AMINOMETHYLPHOSPHONIC ACID, AND GLUFOSINATE
IN ANIMAL PRODUCTS USING HIGH PERFORMANCE LIQUID
CHROMATOGRAPHY-TANDEM MASS SPECTROMETRY (HPLC-MS/MS)

© Alexander V. Sorokin®*, Aleksey V. Tretyakov, Leonid K. Kish

The Russian State Center for Animal Feed and Drug Standardization and Quality (FGBU “VGNKI”), 5, Zvenigorodskoe shos-
se, 123022, Moscow, Russian Federation; *e-mail: alex sorokin@list.ru

Received August 7, 2022. Revised August 7, 2022. Accepted November 24, 2022.

Glyphosate and glufosinate are broad-range, non-selective herbicides that contaminate plant products
used in fattening farm animals which in turn bears the risks of contamination of the whole food chain.
The goal of this study is to develop a selective procedure for the chromato-mass spectrometric determina-
tion of glyphosate, aminomethylphosphonic acid (glyphosate metabolite) and glufosinate in meat, offal
and milk. The limit of quantitative determination of glyphosate and glufosinate in meat and offal is
0.05 mg/kg, aminomethylphosphonic acid is 0.4 mg/kg; the limit of quantitative determination of
glyphosate and glufosinate in milk is 0.02 mg/kg, aminomethylphosphonic acid is 0.05 mg/kg. The com-
pounds to be determined are extracted from the objects under study with a solution of sulfosalicylic acid,
the primary purification of the extracts is carried out using a reverse-phase C,5 sorbent, the compounds to
be determined are derivatized using 9-fluorenylmethoxycarbonyl chloride, and the final purification of the
derivatives is carried out on a sorbent exhibiting weak cation exchange properties. The purified extract
is concentrated, diluted with a mixture of methanol and acetic acid in water, centrifuged and then used
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for analysis. Chromatographic separation is performed on a column with a reversed-phase C;g sorbent.
Tandem mass-spectrometry is used for detection of the compounds under study. The calibration
dependences for the determined compounds are linear, the correlation coefficient (R) > 0.99. The valida-
tion of the procedure showed that the relative expanded uncertainty in the lower range of the determined
contents ranged from 27 to 41% for glyphosate, from 25 to 29% for aminomethylphosphonic acid, and
from 25 to 34% for glufosinate, depending on the type of object of analysis. The obtained values of the limit
of quantitative determination are consistent with the temporary maximum allowable levels set in SanPiN

1.2.3685-21.

Keywords: glyphosate; aminomethylphosphonic acid; glufosinate; metabolism; animal products;

HPLC-MS/MS; analysis.

Beenenne

B mensix nosbiuenus ypoxaiHOCTH CEIBCKOXO-
3AUCTBEHHBIX KYJIbTYP UX IIPOM3BOAUTENSAM IIPUXO0-
gurcsi npuberarb K NPUMEHEHHI arpOXHUMUKATOB,
[IpeACTaBUTENEeM KOTOPBIX fABjserca rimdgocar [1].
Tnudocar (I'P) — 6emnoe mopomkoobpasHoe Bere-
crBo 6e3 3amaxa ¢ PACTBOPHMOCTBIO B BOLE OKOJIO
100- 157 r/n mpu pH 7,0 u momspHO# wmaccoi
169,07 r/mons. I'® cmabo pacrBopuM B 60IBLIIKH-
CTBE OpPraHWYECKHUX PpPACTBOPUTENEH, Joraputm
rosdduIeHTa ero pacrpeaeaeHus B CUCTEMe OKTAa-
HOJ/BOmA cocrasisier ot —3,87 no —5,4, '@ — mmwmpo-
KOJUMAIIA30HHBIA repOunun — fBiISeTcs OCHOBHBIM
OEUCTBYIOIIKMM BEIECTBOM I[IPeapaToB, BBILYCKAa-
eMBIX IO TOProBuIMH HasBaHusvu «PayHmam» u
ap. Ocobenno muporo ['® cranu MCIIOIB30BATH MO-
cie paspaboTKU TeHHO-MOAH(DUIMPOBAHHBIX KYJIb-
Typ (COHM, KyKypYy3bl U AD.), HMEOIIHUX K HEMY YCTOH-
9HUBOCTh. ['€HHO-MOAU(DUIIMPOBAHHLIE KYJILTYPEI
('M-gynpTypsl) HakammmBaioT u uepepanr [P
BBepx 1o mwmiesou renu [2]. Cornmacuo panee mpo-
BEIEHHBLIM HKCCIENOBAHUAM MAKCHMAJIBHOE COLEep-
sxanve I'® B mMnoprupyemMol Ha Teppuropuio PO
coe MOMKeT JOXOAHUTH A0 3,7 MI/KI, a4 €ro OCHOBHOTO
meraboaura — aMuHOMETHI(POCHOHOBON KHCIOTHI
(AM®K) — g0 2,3 mr/kr [3]. Ocrarounbie Koaudect-
Ba ['® moryr 6biTh O6HApY)KEeHBI B CyOLIPOAYKTAX
CEeJIbCKOX03AUCTBEHHEIX JKUBOTHBIX. Cunraercs, 410
I'® manmorokcuyueH i MICKOIIMTAIOIIHNX, ITTHII,
pBI6 U Apyrux ruApoOOHOHTOB, a TAKMKEe MJIA II0JIe3-
HbIX HacekoMmbix [4]. I'modocuuar (I'JI) npencras-
sgeT co601 KPUCTAIINIECKOe BEIeCTBO € MOIAPHOM
maccout 198,2 r/monb co cinabbiM 3amaxoM aMMHAKA,
cnabo pacrBOpUM B GOJBIIMHCTBE OPraHUYECKHX
pacreopurenei. Jlorapudm kosddpurmenTa ero pac-
[pelesieHUs T B CHCTEME OKTAHOJI/BOZA — OKOJIO
—4,01. T'JI snseTcs HeceIeKTHBHBIM e POUTIHIOM CO
¢1a60 BHIPAKEHHBIM CHCTEMHBIM JAeucTBHEM [4].
Ero xumwugeckasn crpykrypa 61u3Ka K eCTeCTBEHHOU
amuHORHCHOTEe, mnoramuHy. B P® raodocumar
npexcrasieH npenaparom «bBacra, BP» ¢ RoHneH-
tparuent 150 r/n npomussoacrea OO0 «Bauep Kpor-
Caiienc». I'JI cunraercs MamOTOKCUYHLIM JJIS MJe-
KOLHTAKIINX, [ITUL, PbI6 U APYIUX TUAPOGHOHTOB, a
TAKIKE II0JIe3HBIX HACEKOMBIX; IIOIYJETAIBHAA 1034
(JI[T5,) mia xpeic cocraBiser 1620 — 2000 mr/xr mac-

col Tena [4]. Cpeguss cMeprenbHAA KOHIEHTPAIIUA
(CR5) nns pagysxaoi dopers — 580 mr/a (96 4 sKe-
nozunun) [5]. [Ipenaparst Ha ocuose ['JI oTHOCATCA
K 3-My KJI4CCy OLIACHOCTH JIJIs Y€JI0BEKA.

I'® ormecen Mesxaynapogusiv AreHTCTBOM 110
HM3YYEHUIO PAKA K TPYLIIE BEIIECTB, <[IOTEHIUAILHO
KAHIIEPOTeHHBIX [JI 9YeJI0BEKA», YTO 00yC/IaBIUBAET
HEe06X0UMOCTh KOHTPOJIA OCTATOYHOTO CONEPIKAHMUS
I'® u mogobHBIX eMy COEIWHEHWN B IPOLYKIIUA
skuporHOBOACTBa [6]. CamlluH 1.2.3685-21 ycra-
HABJIMBAET BPEMEHHBIE MAKCHMAJIBHO IOIyCTHUMBbIE
yposau (BMIY) copepiganmnsa ['® B ummoprupy-
eMOM HPOAYKIUK KMBOTHOTO IMIPOMCXOMIEHHSI HA
yposue: 5,0 MI/KT B CyOIPOAYKTAX MIEKOITHUTAROIIIX
0,05 MI/Kr B MOJIOKE, MACE ITHILI U MACE MJIEKOIIH-
rapomux; 0,5 Mr/kr B cy6IpoayKrax CBHHEH U IITH-
el Jaa I'JI BMIY ornuaarorca: 0,05 mr/kr B Msce
MITeKOnHUTAIMUX ¥ nTUler; 0,1 MI/Kr B CyOIpOmyE-
Tax Mieronmraronux u nruier; 0,02 Mr/kr B mo-
soke. Jna AM®PK wme ycranosnens:t BM/IY. B EC
cogep:xanme ['® koHTpoiIWpyerca HA YpPOBHE
0,05 MI/Kr B NIPOAYKIMH KHMBOTHOBOACTBA, 34 WC-
KIIFOYEHUEM CIEAYIOIIMX MPOAYKTOB: CyOIPOLYKTHI
orunbl (moukm) — 0,1 MI/KT;, IIOYKH TOBSIEBH —
2,0 mr/ET; Ie9enb TOBIEbA — 0,2 MI/KT; IOYKH CBU-
ubie — 0,5 Mr/Er. B ¢BA3H ¢ 5THM KOHTPOJIb 0CTATOY-
HBIX KOJIMYECTB HAHHBIX COSAWHEHUU B IPOAYRIUA
SKMBOTHOBOJICTBA fABJIAETCH aKTyaJILHOW 3a1aden.

B mHacrosmee BpemMsa OCHOBHBIMH METOAAMU
oIpe/ieJieHHUsl OCTATOYHBIX KoamdectB ['® sannd-
IOTCA BBICOKO3(p(peKTHBHASA HKUAKOCTHAS XPOMATO-
rpauss ¢ YP-gerexkrupoBanuem (BOKX-YP) u
BI3KX ¢ ranpemuoi macc-criexrpomerpueit (BOHX-
MC/MC). Meron BOKX-Y® mozsonser onpenenarsb
I'® u AM®K B 06bekTax oOKpy:Earomen cpeas: [7 —
10], 6monormueckux sxugrocrax [11, 12] u ceipsbe
pacrurenbHoro npoucxoxaenus [13, 14]. Ilpu srom
AHAIN3 OPUEHTHPOBAH HA MPEABAPUTEIBHYIO JePU-
Barmsanuio Mosueryia I'®, AM®K u I'JI, yro nosso-
JIeT OLPEeNeNATh UX OCTATOYHOE COAEpPKaHue Ha
yposue 0,04 — 2 mr/kr I'®, 0,1 -0,5 mr/kr AM®K
u no 3 mr/kr I'JI. Oprako nadHHBIA MeTOn HE ABId-
eTCA JAOCTATOYHO CEIEeKTHUBHBIM, IIOCKOIBKY BMECTe
C OIpeneIsieMbIMU COCIUHEHUSIMH [ePUBATH3AIUN
MMOABEPTATCA W HEPBUYHBIC AMHUHBI, YTO OCJIOKHS-
eT MHTePIPeTaUl Pe3yisTaroB ananusa. [losromy
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JJIS1 OLIPeZIeNIeHus TepOUIUI0B 1enecoobpasHo npu-
MeHATEL Oojiee cenexktuBHBIM Meron BOKX-MC/MC
[15]. Ily6nukanuu o gaHHOM TeMe Jalle BCero Omu-
CHIBAIOT AHAJM3 PACTUTEILHOTO ChIPbA, (PPYKTOB U
OBOIIEl, GHOIOTHYIECKHX KUIKOCTEN yemoBeka. [Ipu
aHAIU3e PACTUTEILHOIO ChIPbS OLPEeIeisieMbIe CO-
©[IMHEHU N3BJIEKAOT [HOAKUCIEHHON JeNOHN30BAH-
HOU BOAOU 60 PACTBOPOM ALeTara HATPUA B LIPHU-
CYyTCTBUM JIWHATPHUEBOU COJIM STHIEHIUAMUHTETPA-
yrcycuou kwmcimorer (S]] TA-Nay) ¢ mocnegyromren
OYMCTKON METOMOM TBEePAO(asHOU BSKCTPARIUN
(T®3). Taxou crmocob mpexmosaraer OmnpeeIeHue
I'd, AM®K u I'JI 6e3 npepBapurenbHOR qepuBaTH-
sanmu. [JOCKOIBKY MONEKYIBl JAHHBIX COENMHEHUU
IUIOXO YHEPIKMBAIOTCA HA PACIPOCTPAHEHHBIX XPO-
MATOrpa)uIecKux KOJOHKAX, WCIIOJIL3YIOT CIIOI[HA-
snusupoBanubie (Acclaim Trinity Q1) [16] uau xo-
JIOHKH Ha OCHOBe oOparenHo-(a3oBoro copbenTta
C,g ¢ gouaowt He mernee 100 — 150 mm. Bropoit Bapu-
AHT II03BOJIET IIOJNy4arh xpomarorpaduaeckue
MKW yOOBIETBOPUTEILHOU (PopMELI B obacTu Bpe-
MeH ypepsxupaHug 0,5 — 1 MUH 1Ipy MarCHMAanbHOU
paboueii Temmeparype komouku [17]. Cymecrsyer
noaxoxn o onpexnenenno '@ u AM®PK B zmarkoBbix
KyJbTypax mocie gepuBarusanuu 9-uryopeHuinme-
rorcukapbouun xiaopugom (FMOC-Cl) ¢ npenenom
onpenenenns (I10) 0,02 mr/kr. dKCTpaKIUO OCyIIe-
CTBIIAIOT CMECHI0 METAHOJIA C JEHOHM30BAHHOH BO-
gow (1:1) B IpuCyTCTBHH AHXJIOPMETAHA. JKCTPAKT
nociie neHTpud)yTUPOBAHNA KOHIEHTPHUPYIOT B CH-
JIAHU3UPOBAHHOM CTERJISHHON ©MKOCTH, Iepepac-
TBOPAKT B [EHOHU3WPOBAHHOU BOAE U IIPOBOJAT
nepusatuzanupo [18]. Takas meronura He MOKET
OBITh ONTHUMAJIBHOU, TAK KAK pacrBopuMocts ['P,
I'Jl u AM®K makcumanbHa B BOAHBIX PACTBOPAX U
[afaeT ¢ yBeJIMYeHUEeM CONEPIKAHUA OPraHUIeCKOU
gacru B SKcrpareHTe. B oBomax u ¢ppyrrax I'®
OLIPEeNEeIA0T, HM3BJIEKAd €r0 OCTATKH K3 HABECOK
ofpasna [eMOHW30BAHHOM BOIOM B XOJ€ TOMOTe-
mmzanuu. [locine Quaprpanum npoBogAr oupene-
JIGHHE, WCIIONB3YH XPOMATOrPA(PUIecKy0 KOJIOHKY
tuna Asahipak NH2P-50 4E. I1O cocrasusier 5 u
50 mer/kr giaa '@ u AM®K coorsercreenuno [19].
IIpu onpepenenuu rep6unmaoB B Mexe HIPOBOIAT
ero pacrsopenme B cmecu 10mM SJITA-Na, c
50 MM yKCyCHOU KHUCIOTOM, IeHTPUQYTUPYIOT IIOJY-
YEeHHYK) CMeCh U WCIOJB3YIOT [JI AHAJIN34
(ITO < 20 mer/xr) [20]. ITpu onpexenennu ['® B Mmo-
JIOKE ¥ MOYe IIPOBOAT OCAKACHIE KOMIIOHEHTOB 00-
pasna MypaBbHHOW KHCIOTOM M JUXJIOPMETAHOM C
nocienyommy earpudgyruposanuem. Onpepesns-
ot '@ B cBOGOAHOM BHUe, pasmensis KOMIIOHEHTHI
HA  CIEUANU3WPOBAHHBIX  KAPTPHUKAX  THIA
Bio-Rad (Hercules, CIIIA) [21]. CymecrByer mox-
xon 1o omnpexgenenuo ['® ma yposue 1 MEr/mia B
I'PYAHOM MOJIOKE IOCJIE [POILyCKAHUA €TI0 AIUKBOTEI
4epe3 (PUILTP € OTCEYEHHEM dYACTHL] KpyIHEe
30 k/la (Amicon Ultra 168 4 Centrifugal filter,

30000 NMWL) nipu nearpudyruposauun [22]. Ilo
OIpPeIeIeHHUI0 TePOUTIHIOB B MBIIIEYHBIX TKAHAX U
cybupogyrrax merogom BIKX-MC/MC omy6iauxo-
BAHO OTPAHUYEHHOE KOJWYeCTBO crarei. Tak, koi-
JIEKTUB aBTOPOB mHpezajaraer ompenensirs '@ wu
AM®K B muporoMm crexrpe 06BEKTOB HCCIeI0BA-
uus Ha yposHe 0,05 mr/kr [23]. s sToro npoBogsaT
srcrpakiuio u3 10 r mHaBecku 100 mu gevoHU30BaH-
HOU BOABI B pucyTcTBuuM 50 MJI AUXIIOpMETaHa, I0-
BTOPSAIOT 3JKCTPAKiui ¢ 50 MJ JerMOHU30BAHHON
BOABI ¥ 00BEUHAIOT BOSHEIE 9aCTH SKCTPARTa. An-
KBOTY SKCTPAKTA OYHINAIOT HA KAPTPUIIKE C KATHO-
HooOMenuou cmonoi AG 50W-X8. Tocne snronposa-
HuA ¥ KoHIeHtpuposaunus pH pacreopa crabunusn-
pytor 6oparasim 6ydepusiv pacrBopom. [lepusaru-
sanuo nposopar pacrBopom FMOC-Cl B Teuenue
HOYY IIPU KOMHATHOU TeMieparype, a uibTpar mo-
JIy4€HHOU CMECH HCIOJIL3YIOT [ aHaiusa. [an-
HBIN c110c06 HEymobeH 11 PYTHHHOTO aHAIK3a II0-
CKOJIBKY HPOGOIOATOTOBKA OCHOBAHA HA IIPUMEHEe-
HUH GOJIBITUX 00HEMOB SKCTPATEHTOB U CIIeIU(rIe-
CKHX KaTHOHOOOMEHHBIX CMOJI, 4 CTAJUA JePUBATH-
sanmuu 4depecayp miaurenbHa. Onpepenenwe I'JI B
namuo pabore He paccmorpeno. [[pyras pabora
[24] onuceisaer onpepenenue I'® B TranAx cybupo-
aykros ¢ 110 0,025 mr/kr. [[aa 5TOTO IIPOBOIAT SKC-
TPAKITHIO CMEChI0 MeTanoa ¢ Bogou (1:4) u nenrpu-
dyrupyror. K 20 mn skcrparra mobasmsror 5wt
puxnopmerana u 0,02 M1 yKCYCHOI KUCJIOTEI, BCTPA-
XUBAIOT, HEHTPUPYTUPYIOT U UCHOAb3yoT 10 Mt mo-
JIy4€HHOTO PACTBOPA A I[OBTOPHOU KHKOCTH-
JKUIIKOCTHOM DKCTPAKIUK ¢ 2,5 MJI AUXJIOpPMeTaHa.
IIpoBogar TP ua copberre co cnabpivu AaHHOHO06-
MEHHBIMH CBOMCTBAMHM, KOHIIEHTPHUPYIOT OYHIIIEH-
HBIA DKCTPAKT AOCYyXa, [EPEPACTBOPAIOT B [EHOHH-
30BAaHHOM BOJe U JepuBarusupyior '@ pacrsopom
FMOC-CI upu xomHATHOU TeMueparype B TeIeHHe
45 vuu, M36pITOK peareHTa yAaisiT AUXIOPMETA-
HOM, PacTBOp (PHIBTPYIOT M UCIOIAB3YIOT [JIA AHA-
smmza. Taxou moaxoy aBaserca Hauboaee BHIATPHIIII-
HBIM IIpH paboTe Co CIOKHBIME 00 BLEKTAMY AHAIN3A,
0HAKO B paboTe He OIrcaHa BO3MOKHOCTH COBMECT-
voro onpenenenus AM®PK u I'JI, ue orenena moi-
HoTa ynep:xanua ['® ua copbenre kaprpumga TOI
¥ He [IPUBEIEHBI IapaMeTPhI AePUBATH3ALINH.

ITenp paborer — paspaboTKa METOIWKH COBME-
craoro onpenenenus '@, AM®K u I'JI meromom
BIOKX-MC/MC B npoayrunuu }KHBOTHOTO IIPOUCXO-
semeHus (CyOIpPOAYKTHI, MBIIIEIHAT TKAHD, MOJIOKO)
C [IepUBATH3AINEH OIpPeAelIeMbIX COeIVHEHUN U
OYMCTEKOM nepuBaToB Meromom TP mepen pasmene-
HHEM Ha KOJIOHKAX ¢ ofparenHon gasou.

IKCIEepUMEHTATHHAA YACTh

Pearxmuewr, mamepuanvt, obopydosarnue. B pa-
6ore mcmonpzosanmu meranoa 99 % (CAS 67-56-1),
arerouutpuin 99 % (CAS 75-05-8), mypaBbHHYIO
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rguciaory 99 % (CAS 64-18-6), aneron 99 % (CAS
67-64-1), amerar ammonms 99 % (CAS 631-61-8),
FMOC-CI 97 % (CAS 28920-43-6), rmudocar 95 %
(CAS 1071-83-6), rirrodpocunar ammonus 95 % (CAS
77182-82-2), AMPK 95 % (CAS 1066-51-9), I'nudo-
car-2-13C, N 95 % (nanee — I'®-1St, CAS 285978-
24-7) upoussogcrsa Merck (I'epmanus), a Tarske co-
nauyro kucinory 37 % (CAS 7647-01-0), marpus rer-
pabopar gecarmsogabir 99,5 % (CAS 1303-96-4),
cynbdocannumnosyw rucaory 95 % (CAS 304851-
84-1), rugporcuy marpus 97 % (CAS 1310-73-2),
pusTunoBsid 3¢up 99 % (CAS 60-29-7), rugpooxcus
ammonusa 25 % (CAS 1336-21-6), YKCYCHYIO KACIOTY
99 % (CAS 64-19-7), TPUXIOPYKCYCHYIO KHUCIOTY
90 % (CAS 76-03-9) mpomssomcrea TJI Xwumwmen
(Poccus). Ina TOO npumeHann KapTPUIKU MAPOK
Oasis HLLB, WCX ¢ 60 mr copbenra o6bemom 3 Mt
(Waters, CIITA). JlenoHn30BAHHYO BOAY MOJIy4asu
u3 cucremsl oguctku Bogsl Millipore (Merck, I'ep-
Mamwms). Jaa SKCTpAKIuu W HepeMeIluBAHUS HC-
nonn3oBanu merkepsl Reax 2 u Reax Control (Hei-
dolph, 'epmanus). KoHneHTpupoBaHue SKCTPAKTOB
U JEepPUuBATH3AIIHUIO IIPDOBOJWJIN C HCIIOJIb30BAHHUEM
mopnyinsa Pierce Reacti-Therm III (Thermo, CIIA).
Jas onpepeneHus UCIONb30BAIM MACC-CIIEKTPO-
verp QTRAP 6500 (Sciex, CIITA) ¢ xpomarorpa-
dom 1290 Infinity II LC (Agilent, CIIIA). Hcxox-
HbIE€ PACTBOPLI CTAHAAPTOB HMENIH KOHLCHTDAIUIO
0,5 mr/mi, pa6oume cmecu — 0,1 u 0,01 mr/mu B me-
MOHM30BaHHON Bozie. Hournenrpanusa pabouero pac-
tBOpa ['®-ISt cocrasmamna 0,2 mr/vir. I'papyuposoy-
Hbl€¢ 3aBUCHUMOCTH CTPOWJIK IIYTE€M BHECCHHS AJHUK-
BOT paGo4ux pacTBOPOB B I'OMOTEHATHI 06PA3IOB C
[POBEIEHUEM 4Yepe3 BCE DTAIlbl MPOGOIOATOTOBKY.
Boparusii 6ydepubiii pactBop mid gepusarusanuu
roroBunu cvemusanveMm 0,1 M rugporcuna saTpus
u 0,05 M pacrBopa Terpabopara HATPUA B COOTHO-
menun 49,9:50,1.

Srxemparyus us 0bpasyos mosoxa. B momumpo-
[IJIEHOBYIO NPOOUPKY BMECTHMOCTBIO 15 Mi mome-
manyu 4T MONOKA ¥ BHOCHIM AIUKBOTY pabodero
pacreopa I'®-ISt. Comepsxumoe nipobupku mepeme-
mIuBaJIM Ha BCTPAXHBATEIEC H I[OGaB.TIH.TII/I 1 m
5 %-moro pacTBOpa CyIh(POCATHAITAIOBON KHCIOTHL.
JanbHeHIy o mpofomoaroTOBKY IPOBOAWIN B COOT-
BETCTBHUU C OOII[eH CXeMOM SKCTPAKIIHH.

Ixemparyus us obpasyos maca u cybnpodysk-
mos. B nonunpounnmneHoBy® HnpoGUPKY BMeCTH-
MOCTBIO 15 Mur moMerianu 1 T TOMOTEHHOTO 00pasa
¥ BHOCHJIM AJIHKBOTY pabodero pacrsopa ['®-ISt.
CopepsuMoe IepeMeInBAIN HA BCTPAXHUBATENE U
nobaemsanu 4 v 1 - 1,5 %-Horo pacreopa cyibgo-
CATMITMIIOBON KHCIOTHL JlampHednyw mpobomos-
TOTOBKY IPOBOAMIHA B COOTBETCTBUU C OGLIEH CXe-
MOM SKCTPAKIINH.

Obwas cxema SKCMPAKYUL U NEPBULHOU O4lL-
cmru. IIpobupKy ¢ COMEPKUMBIM BCTPAXUBAIN IS
PasMATr9eHus HABECKH DKCTPATEHTOM U OCTABIISAIN B

TOPUBOHTAILHOM IIOJIOKEHUHU B TedeHue 5 — 10 muH,
IIOCJIe Yero yCTAHABINBAIN B BEPTHKAIbHBIN BCTPS-
XHUBATEIh W MPOBOAWIN SKCTPAKIHID B TEUYEHUE
30 MHH ¢ TOCTEAYIOIIEHN MOMOJIHUTEIBHON 06paboT-
kod B ¥3b B reuenwe 10 MuH HpU KOMHATHOU TEM-
neparype. IIpo6upry ¢ Comep:KUMbIM EeHTPUPYTH-
posanu npu 4750 mun' u 5 — 10 °C B Teuenue 15—
20 muH. i O4UCTKH, HPEAIIECTBYIOIIEH AepuBa-
TH3aIMK, WCHoab3oBamu Kaprpumk TdI Oasis
HLB. Copfent raprpumxa aKTHBHPOBAIN U ypPasB-
HOBEIIWBAJIA METAHOJIOM, IeMOHU30BAHHOU BOJOU U
0,5 M1 sKRCTpaKTa NnociexosareabHo. Ilocne ypaBHO-
BEIUBAHUA [I0]] KAPTPUJIK ITOACTABIISAIN IIPUEMHBIE
npobupku BMecTHMOCTBIO 15 Miut, a Ha copbent Ha-
Hocrim 1 MuI DKCTpakra, AaBas eMy HpoTedn 6e3
MIPUMEHEHHUA BAKyyMa B IIPOGUPKY.
Hepusamusayus u gunatvnas ouucmea.
B npobupry ¢ 1 vi1 04nIeHHOTO SKCTPAKTA BHOCUIU
1 a1 6opaTHOTO 6ydhepHOTrO pacTBOpa M IepeMeIu-
BajM, mocie dero gobaBiasim 1 wma  pacrsopa
FMOC-CI (3 mr/mu) B anterone. [Ipobupky Tiarens-
HO B3aKpBIBAJIM, BCTPAXHWBAIN W OCTABJIAIH IIPU
50 °C gns mepusartusaruu. [1o npomrecrsun 30 Mun
HPOOUPKY OXJIAMKIAIH 40 KOMHATHOU TeMIIePaTypbl
¥ BHOCHJIY B Hee 2 mu pustuinosoro sdupa. Oxuo-
KPATHO LPOBOAMIN KHIKOCTH-JKUAKOCTHYIO DKC-
rparnuo u3dsirka FMOC-Cl, nearpudyruposanu u
OTCACHIBATIA OPTAHUYECKHH CJIOM KOMIIPECCOPOM.
Ocrazsmmuiicsa 06beM KOHIIEHTPHPOBAIN B TOKE a30Ta
npu 40 -50°C mo 1- 1,2 mur, moggucasm 10 MEx
CONSHOM KHUCIOTBEI W AOBOOWIAMW OOmui obbeM 10
3 — 3,5 Mu menoHn30BaHHON BOmoM. [Ipobupky ¢ co-
nepxEuMbIM neaTpudyruposanyu npu 4750 mur! u
10°C B reuenme 15 MMH ¥ OYHIANHM SKCTPAKT HA
raprpumre TP Oasis WCX. Iaa storo copbent
AKTUBUPOBAIHN U [OCIEI0BATEILHO YPABHOBEIINUBA-
JI1 METAHOJIOM K PacTBOPOM 5 %-HOU MypaBbHHOU
KUCJIOTBI. DKCTPAKT [IOJIHOCTHI0 HAHOCHIM HA Kap-
TPHUE ¥ MO3BOJISJIA IIPOTEYh B CIUB 6e3 mpuveHe-
uus Bakyyma. Cop6eHT 0CIe0BaTeIbHO IIPOMBIBA-
s 2 M 5 %-HOU MypaBbHHOW KHUCIOTEI, 1,5 My pac-
tBopa 30 %-HOoro wmeranona c¢ 5% MypaBbHHOU
ruciorel. [Tocie npoxoskaeHns pacrBOPOB UX OCTAT-
KU IIPOAABIMBAIN BO3LYXOM, a IO KAPTPHUIK IIO[-
CTABIANM IPUEMHYI HPOOGHPKY BMECTHMOCTBHIO
15 mu. OnpepensieMble KOMITOHEHTBI CMBIBAIH C
copbenra 3 ma cmecu 90 %-moro meramona ¢ 1%
TUJAPOOKCHA aMMOHUA U 9 % JeHOHU30BAHHOU
BOABI. lloydeHHBIN 5I0AT KOHIEHTPUPOBAIU B
toke azora g0 0,2 — 0,3 mur ipu 40 - 50 °C. Koneu-
HBIA 06beM SKCTpaKTa HoBOAMIH 10 1 Mi pacTBOpOM
20 %-noro Meranona ¢ 1 % YKCYCHOU KUCIOTHI B
JENOHM30BAHHOU BOJE W [IEPEMEIINUBAIN, JKCTPAKT
nentpugyruposanu npu 15000 mua'u 5 -10°C B
reuenue 15 — 20 MUH ¥ HCIIOIL30BANH [IJId aHAIU3A.
Yenosus xpomamozpagpureckozo pasdesenus u
demexmuposarus. Onpenenenne pepuBatros [,
T'JT1 u AM®K ocyriecTsisin B PeKHUMe PErucTpa-
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Tabauma 1. ITapamerpnr paGoTsl Mace-criekTpoMeTpa Sciex 6500

Table 1. Operation parameters of a Sciex 6500 mass-spectrometer

Oupenenaemoe Hown-npen- Houepune DPEB CE.B CXP B
coe/IMHEeHNE [MEeCTBEHHNK, M/Z WOHBI, M/z ? ’ ’
T'nudocar 390,1 150,2/124,2 -95/-40 -30/-32 -10/-8
T'nudocar IS 392,1 152,2/126,2 -95/-114 -30/-41 -10/-12
Tmrodpocunar 402,1 180,2/206,2 -55/-73 -17,3/-20 -15/-4
AM®K 332,1 136,2/110,2 -111/-107 -20/-11 -17/-12

OMH OTPHULATEILHBIX HOHOB. PeuUM CKaHHPOBA-
HUA — MOHHUTODPHHT 3aaHHBIX peaxnwmit (MRM).
Cropocrs crkanmpoBanms cocrasisiaa 80 MKc; TeM-
neparypa ucrounura (TEM) — 500 °C; manpssze-
Hue womHOro mcrounmra — 4500 B; ras saseca
(CUR) — 25; ras ucrounura (GS1/GS2) — 60/60;
norenrman Bxoga (EP) — 10 B. Ilapamerpsr pa6o-
TBI Macc-ciuekrpomerpa B pexxume MRM coorsercr-
BOBAJIM yKa3aHHBIM B Tabi. 1.

ITpu xpomarorpaguieckom paspereHuu B Kade-
cTBe HOABWIKHBIX (pas wmcmonp3osanu 20 MM pac-
TBOP arerara aMMOHHUA B J€HOHU30BAHHOM Bome (A)
u 20 MM pacrBop anerara ammonus B meraunoine (B).
ITapamerps:r paborsr rugrocTHOrO xpomarorpada
¢ xomoukou Eclipse Plus C;3 RRHD (Agilent, CIIIA)
¢ AuameTpoM 3epHa copbenTa 1,8 MEM, BHYTPEHHUM
auaverpom 2,1 mm u muuHOM 50 MM yKa3zaHBI B
tabu. 2.

ITpu nposexenun xpomarorpapuaecroro paszue-
JleHusi TeMmueparypa KonoHru cocrasiana 30 °C,
o6bem BBOxmMOM npobsr — 10 MK, Temmeparypa B
oTcere ycrporcrsa Beoaa pob — 15 °C. Bpems BwI-
X0[a OLpefeideMbIX COeJUWHEHHH: riudocar —
4,77 mun; tmudocar IS — 4,77 mun; raodocunar —
5,57 mun; AMOK — 6,34 mun.

O6cy:kaeHne pesyabTaTOB

Buwibop cnocoba xpomamozpaguueckozo pasde-
aerus. B cymecTByonel aHaIUTHIECKOU IIPAKTHKE
I'd, T'JI u AM®K onpenenaror merogom BIHKX-
MC/MC nu6o manpsamyro, mubo mocie xepuBaTu3a-
upu. B nepBoM ciiydae HCHONBB3YIOT HOHOOGMEH-
Hble W [BATTEP-HOHHLIE XPOMATOTrpadyuIecKue Ko-
JIOHKH, 4 BO BTOPOM Haubojiee 9aCTO — KOJIOHKH HA
ocHOBe obparrenHo-a3oBoro copbenra.

IIpu BBIGOpE cmocoba xpomaTorpapuIecKoro
paspenenus cpaBaman 3¢hQeRTUBHOCTL PaBOTH
UBUTTEP-HOHHOW KonmoHku SeQuant Zic-cHILIC
(c muamerpoM 3epHa copbeHTa 3 MKM, BHYTPEHHHUM
guamerpoum 2,1 mm u pymeaoi 100 mm (Merk, I'epma-
uwst) u gonouku Eclipse Plus C;3 RRHD npu paszge-
JIEHUHU MOJAEJIBHbIX cMecen orpengessieMbIX COeauHe-
uui. [Ipu paspenennu I'®, I'JI u AMPK na usur-
TEDP-MOHHOU KOJOHKE WCIOIb30BAIN IOABUKHYIO
asy A — 50 MM pacrBOp anerara aMMOHHUA B arle-
rorurpune ¢ 0,5 %-Holl MypaBbHUHOU KUCIOTOU U

Ta6auua 2. Ycmoua XpoMaTorpaguiecKoro pasaeieHns
Table 2. Chromatographic separation conditions

Bpeums, Ilopsmxnaa IlonBwxHAas Cropocts
MUH dasa A, % dasa B, % MOTOKA, MJI/MUH
0 70 30 0,3
3 70 30 0,3
8,5 5 95 0,3
9,5 5 95 0,3
10 70 30 0,3
14 70 30 0,3

dazy b — cmecw 20 % aneromurpuna u 30 % mera-
vona B 0,5 %-uo#t mypasbuuou ruciore. CropocTsb
moToxa siarenTta cocrasisna 0,4 vu/MuH, TeMmiiepa-
typa xoimouku — 35 °C. [lerexrupoBanue npoBoau-
M B PEKEME MOHHTOPHHIA BBIZEJIEHHBIX HOHOB
(SIM): ' — 168 m/z, I'JI — 180 m/z, AMPK —
110 m/z. YnmosnersopurenbHoe pasneneuune '@ u
AM®K ynamoch HOIYIHATH 10 CIEAYIONIEH Iporpam-
Me: B HAYANLHBIA MoMmeHT Bpemenu — 100 % A, x
5 mun — rpaguent k 100 % B, no 7 vun — 100 % B,
& 8 mun — rpaguent & 100 % A, ypasHoBemuBanue
rojoHKH 10 12 muH. IIpm sTOM HOIYy4HTH XpOMATO-
rpadugeckKuil UK IpaBuiIbHON (hopmbl s [ me
yzanocs. OrMedanucs Takke HecTabMIbHOCTL Bpe-
MEH yAEep:KUBAHUA [IPU paboTe ¢ MOJEILHBIMHU CMe-
CAMU, COAEPIKALIMMH DKCTPAKTHI 00pasloB, U He-
[IOCTOAHHAA WHTEHCUBHOCTH AHAJIUTHIECKOTO CHI-
mana. llpu u3MeHeHmMu IPOrpaMMBI pPAa3AEICHHS
yAAnocs cpopMUPOBATH XPOMATOTPAMUIECKHUNA ITHK
I'JI, ograko sTo nmpousouwio B yuep6 I'G u AMOK
(puc. 1). Ilporpamma pasgenenus ObLIa CIEAYIO-
uie: B Ha4anbHBIH MomMeHT Bpemenu — 100 % A, ¢
1 1o 4 mun, rpaguent K 30 % B, k 5 muH, rpagueHt
K95 % B, ¢ 5 no 7 mun 95 % B, B 7,1 MuH niepexiio-
genne Ha 100 % A, ypaBHOBeIIMBaHUE KOJIOHKU A0
12 muH.

Ha xonoure Eclipse Plus C;3 RRHD nposoguin
xpomarorpauyeckoe pasgeneHue JepUBATOB OLpe-
jejiseMbix coeauHenuii B pexxuve MRM. Hauans-
HaA nporpamma: rpagueHt or 1munH u 20% B x
6 vun u 95 % B c ynepsxanweMm 10 7 MHH W Iiepe-
KIF0OYEHHEM Ha HadaibHbIe ycaoBud B 7,1 mun. Ko-
JIOHKY ypaBHOBeruBaiu B redenue 4 — 5 vun. Cxro-
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pocrs moTOKa siamenta cocrasiana 0,3 mur/mMuH,
remueparypa — 30 °C. Tagas nporpamma mosBosis-
Jia I10JIy4aTh IOAXOAAIMe IJIS OLpefeseHUus IIUKHA
AM®K u I'JI, ogaako misa mona-npoaykra I'® ma-
GII0ANI0Ch HAIOMKEHUE [HKA-<HAe3IHUuKa». [locie
H3MEeHeHHU A IIPOrpaMMBbI TDagueHTa B COOTBETCTBUHU
¢ tabn. 1 uarepdepennns 6pu1a yerpanena (puc. 2).
B pesynprare npoBeneHHEBIX YKCIEPHMEHTOB yCTa-
HOBJIEHO, YTO HUCIIOJIb30BAHE XPOMATOrpaduaeckoi
ronouru Eclipse Plus Cy RRHD nossomser obecre-
9UTh CTAGMIBHOCTh 3HAYEHHWM BpPEMEH YIep:KHUBA-
HHUA W HWHTCHCHBHOCTH AHAJIUTHUYECHKOTO CHUTHAJIA,
9TO U OLIPENEIrIO BEIGOD KOJIOHKH.

Irxemparxyus. OCHOBBIBASCH HA IIPUPOE OIIpe-
ensgeMbIX COSUHEHNN U BUEe 00bEKTOB HCCIeT0Ba-
HUS, IPOBOJMIIN CEPUI0 SKCIIEPUMEHTOB 110 H3BJIeYe-
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Puc. 1. Pasgenenne cMecu aHamuToB Ha KoNoHKe SeQuant
Zic-cHILIC mpu HauansHOM TpaguenTe (a) U mocie ero OuTu-
vuzanuu (6): I — amuaOMeTIIIPOChHOHOBAA KUCIOTA; 2 —
rnudpocar; 3 — rarodocuHaT

Fig. 1. Separation of the mixture of analytes on a SeQuant
Zic-chHILIC column at the initial gradient (a) and after its
optimization (b): I — aminomethylphosphonic acid; 2 —
glyphosate; 3 — glufosinate

a0 ['®, I'JI u AM®K w3 momoka, MBINIEYHBIX
TRAHEW W TKaHe# CyOmpoaykToB (moukw, cepare). B
KadecTBe DKCTPATeHTOB, CHOCOOHBIX OJHOBPEMEHHO
HU3BJIeYDb OlipenessaeMble COCIHHEHHNHd, PaspyLINuTb
TKAHU 06pasIoB M OCATWUTH OEIKHM C IIENTHUIAMH,
paccMaTpuBaiM  PACTBOPHL  CyIb(OCATIUIIMIOBOMH,
2 %-vou TpuxyopykcycHod um 0,1 M consHOU Ku-
CJIOT, 4 TaKKe MeraHoy, moprucienusd xo 0,1 %
MypPaBBHMHOM EKHCI0TOH. KOHIEHTPAIUI0 KHUCIOT
noxbupanu TakuM 06pasom, 94To0bI eMKOCTh 60parT-
HOTO OydhepHOTO PACTBOpA ITO3BOJAIA COXPAHHTH
ONTUMAJbHOE U nepuBaTusanuu suagenve pH. K
HaBeCKaM 00pasloB LI0C/Ie BHECEHUS AIUKBOT pabo-
9ero pacTBOpa CTAHZAPTOB 00ABIIAIN 10 4 MJI DKCT-
pareuToB. [Ipo6upru TIHaTEILHO BCTPAXUBAIN U OC-
TABJAJINU B TOPHU30OHTAJIBHOM IIOJOKEHHMHM HA HEe-
CKOJIBKO MUHYT, II0CJI€ Yer0 IIPOBOAIIIH SKCTPAKIIHIO
rak onwucano Beuue. 0,1 M pacrBop consaHOM KUCIO-
THL XOPOLIO PAa3pyIUai THKAHH, OZHAKO 0o6pasoBan-
HBI€ B3BEIII€HHbIEC YACTHUIIBI 6I)I.TII/I IUIOX0 yCTpaHH-
MBI B xo0ne neHTpu(yrupoanus u neppori TP,
YTO CYHIeCTBEHHO YBEIHUYHUBAJIO BpPeMi IIPOBEACHUA
JAHHBIX STAIOB, 4 0TKa3 or 1'PD npusoaui  cye-
CTBEHHOMY YXYALIEHUI) Pe3y/bTaTOB [epPHUBATH3A-
nuu. [Ipuvenenne cMecu MeTaHoIa ¢ MyPaBbUHOU
KUCJIOTOM IIPHBOAMIIO K XapaKTEPHOMY /IS JUIIHA0B
JIETKOMY OKPAIIMBAHWI0 SKCTPAKTOB, KOTOpPOE He
yerpausmiocs Ha craguu TPD. Meranon rakxke oka-
3bIBAJI HETATUBHOE BO3[JEUCTBHE HA ILIPOLEAYPY He-
puBaruzanuu. B xome mog6opa skcrparenTa aiis 06-
PasioB MOJIOKA OBUIO YCTAHOBIIEHO, YTO OITHMAJIb-
HOe 00BEeMHOe COOTHOLIeHHe 00pa3er/sKCTpareHT
npu npuMeneruu 5 %-Hou cynb(POCATUIMIOBON KH-
citotel cocrasuder 4:1, Taroi moaxoy mo3BoOIAET II0-
JIy9UTH KOHIEHTPALMIO KHCIOTHI B SKCTPAKTE HA
ypoBEe 1 % u yBeIM4UTh aHATUTAYECKUN CUTHAIL 38
cuet GospInero kKonmgectsa obpasna. Criexyer orme-
THTh, YTO B ClIydae CyOIIPOAYKTOB IesiecoobpasHo
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Puc. 2. Pasnenenne cvecu ananutos Ha xonouke Eclipse Plus C18 RRHD mpu HauansHOM rpaguenTe (@) U IOCIe ero OITUMHA-
sauuu (6): 1 — amunomermndgochoHoBad Kucnora; 2 — ruodocunar; 3 — rudocar

Fig. 2. Separation of the mixture of analytes on an Eclipse Plus C18 RRHD column at the initial gradient () and after its op-
timization (b): I — aminomethylphosphonic acid; 2 — glufosinate; 3 — glyphosate
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npuveHaTsh 1,5 %-Hyo cyIb(pocaaumioBy0 KUCIO-
ry. Cpasuenume cymm mwiomaneid nukos ['®, I'JI u
AM®K, mrosy4eHHBIX PY [IPUMEHEHHUH DA3IHIHBIX
SKCTPATEHTOB, IIPECTABICHO HA pHC. 3.

Hepusamusayus. Cragus nepuBATH3ANNU AB-
JIFETCA HEOTHEMJIEMOW YacCThI0 MPOBOIOATOTOBKH,
MOSTOMY IIOA60P YCIOBHUH €€ IPOBEIeHUA BAKEH I
MOMyYeHusT OOBEKTHBHOTO pe3yjJbTATA AHAIU3A.
Jls 5TOM IesiM TOTOBWIM 4 CepHH MOJAENLHBIX 06-
pa3IOB MBIIIEYHON TKAHU COTJIACHO OIHMCAHHOU
Boite npouenype. Kagnas cepust cocrosna us 5 06-
pasmoB ¢ mobaBkamu cmecu pacrBopo ['@, I'JI m
AM®K B KoHIEHTpAIHUAX, COOTBETCTBYIOIIUX Cepe-
avHe pabodyero quarazoHa METOTUKHU. ¥ CIOBHS HKC-
[IepHUMEHTA [IPUBENEeHbI B Tab. 3.

ITocne mepusarusaruu nsbsrrox FMOC-Cl yaa-
JISIYW  AUSTHIOBBIM 3(HUPOM, a HEOPTraHUYECKYIO
9acTh KOHIIEHTPUPOBAJIH U IMOJABEPTAINA OYUCTKE Me-
rogom T®I ma raprpumxax Oasis WCX mo cran-
JAPTHOMY HPOTOKOILY, IIPEIJIOKEHHOMY IPOU3BOIH-
reneMm. [lpu wHTEpIpeTAIMK PE3yIbTATOB AHAIHU3A
PACCUMTHIBAIA 3HAYEHHE NECATHIHOTO Jiorapudma
I8 CYMMBI ILTOIANEeA ITHKOB MACC-XPOMATOTPAMM
RAEIOTO coenuuenus B cepum (tabm. 4). Ilomy-
YeHHBIC 3HAYEHWSA CPABHUBAIUA MENIY CEPUAMHU.
B pesymnbrare BuiGpanu yciaoBuA IIPOBENEHHS [e-
pusaruzanuu: T = 50 °C, koHIeHTpanus pacrBopa
FMOC-Cl — 3 mr/an (8 Tabu. 4).

Qunanvras ovwucmra. Jlna mopaborkm crau-
JAPTHOTO IIPOTOKOJIA OYMCTKU SKCTPAKTOB HA Kap-
rpumkax Oasis WCX mpoBogminm cepuro SKCIepu-
MEHTOB 110 W3MEHEHWIO COACPIKAHUA METAHOJA BO
BTOPOM IIPOMBIBOYHOM pacTBope 5 %-HOU MypaBbU-
HOM KHCJIOTHI, IPUMEHIEMOTO II0C/Ie HAHECeHUS HKC-
TpakroB. [log6upanu Takoe comepKaHUE METAHOIA
B PAcTBOpe, IPH KOTOPOM OIpEeJeaseMble COeIHe-
HHA HATEKHO YIEPKUBAIOTCA COPOEHTOM, a KOMIIO-
HeHTHI 06pa3sa yaaaaTes B ciuB. J[iaa sToro roTo-
BHJIM MOJIEJBHBIE CMECH HAa OCHOBE SKCTPAKTOB MBEI-
meunou tanu ¢ gobaskamu I'®, I'Jl u AMPK B
KOHITEHTPAIIUAX, COOTBETCTBYIOIIUX cepenuHe pabo-
yero amanasoHa meroxuwku. [Ipopomgwnu mepuBaTh-
34IUI0 U TOCIEAYIONIYI0 ITOATOTOBKY IEPHUBATOB K
T®O xax onwmcamo Beimre. [locmeayromas OYUCTRA
merogom T®O Brmpuama: akTUBANUI copbeHTa

Ta6auma 3. [TapameTps! IpoBeAeHN IKCIIEPUMEHTA 10 Je-
pUBATH3AIINYT

Table 3. Parameters for derivatization experiment

HOMep cepun HNamensempie nmapaMeTpsbl

a};;:nepu- T °C Bpewms, Konnenrpanmsa
GHTa P MHAH FMOC-CI, mr/mn
1 50 30 3
2 30 30 3
3 Komuarzas 30 3
4 30 30 1
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Puc. 3. CpasHenve cyMM IUIOIMAfeld IUKOB aHAIUTOB B 3a-
BHCHMOCTH OT BHUJA SKCTpareHTa; I — cynbhocamuunoBass
KucnoTa; 2 — 2 %-Hag TpUxIopyKcycHas kucnora; 3 — 0,1 M
comaHaa KucmoTa; 4 — Merason ¢ 1 %-Hol MypaBbUHOM KHC-
JnoToH

Fig. 3. Comparison of the sum of analyte peak areas de-
pending on the type of the extraction mixture: 1 —
sulfosalicylic acid; 2 — 2 % trichloroacetic acid; 3 — 0.1 N
hydrochloric acid; 4 — methanol with 1 % formic acid

2 M MeraHosa, ypaBHoBeluBaHue 2 Mmia 5 J%-HOu
MypPaBBHUHOU KHCJIOTHI, HAHECEHUE MOJEIBHOU CMe-
CH, IIPOMBIBRY 2 M1 5 %-HOU MypaBBUHOM KHUCJIOTHI,
MPOMBIBKY 2 MJI IIPOMBIBOYHOTO pactBopa (10—
60 % meranona ¢ 5 %-HOU MypaBbUHOU KHUCIOTOH) C
marom cozxep:xanus meranosna 10 %, cyuiky u siawou-
poBaHwue.

Jlns omeHKM pe3yJbTATOB SKCIIEPHMEHTa pac-
CUNTHIBAJIM 3HAYEHWE lg CyMMBI IUIONIAIEN IMHKOB
macc-xpomarorpamm ['®, I'Jl uw AM®PK B rammom
SKCIEPHUMEHTE W CPABHHUBAIM IIOJyYEHHBIC 3HAYE-
HHS IS PA3HBIX YKCIEPHUMEHTOB. B KayecTsBe HaW-
JIy4IIeT0 IIPOMBIBOYHOTO pactBopa 6bL1 BeIGpaH
30 %-up1ii MeraHON ¢ 5 % MypaBBHUHOU KHCIOTHI
(puc. 4). O6beM HaHECEHUS ITPOMBIBOYHOTO PACTBO-
pa 66T ymeHbIeH 10 1,5 MII 1719 CHUIKEHUSI BEePOAT-
HOCTH IIOTEPH OMPEAeIIeMbIX COSIUHEHUM,

Basnudayus. Banupupyemasn cxema mpo6omoaro-
TOBKH COOTBETCTBOBAJIA OIIMCAHHOU BhINIe. B Kaue-
cTtBe 00pasIoB [jiA IMPOBEIEHUSA Baaumanuu (Mar-
PHII) WCHOJIB30BAIM IIACTEPU30BAHHOE MOJIOKO, TO-
MOTEHAT MBIIIEYHON TKAHW, TOMOTEHAT TKAHEeW Ccy6-
MPOAYKTOB (OYKH, CepiIie), He COMEpPKAIINEe Ompe-
JejiseMbIx coepuHeHui, s RaKIOM MAaTpPHUIBI
MPOBOAMIN 4 SKCHEPHUMEHTA C JBYMS H3MEHSOIIU-
mucs pakTopamu: Bpems u oreparop. Cepus Kamxmo-

Taﬁ.nnna 4. Pe3y.TIBTaTBI IIpOBEACHUA SKCIIEPpUMEeHTa I10 Je-
puBaTusanun

Table 4. Results of the derivatization experiment

Homep ceprun axcepuMeHTa

Coenunenne

1 2 3 4
Tnmudpocar 6,901 6,800 6,848 6,555
AMOK 6,745 6,584 6,645 6,389

I'modocunar 7,929 7,880 7,937 7,639
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Puc. 4. Cpasuenve cyMM ILTOMAZEN IUKOB aHAJIUTOB B 3a-
BHCHUMOCTH OT COAEPIKAHUS METAHONA B IIPOMBIBOUYHOM pac-
TBOpE Ipu ouucTKe MerogoM TD3

Fig. 4. Comparison of the sums of analyte peak areas de-
pending on the methanol content in a washing solution dur-
ing purification at SPE stage

ro SKCIIEPUMEHTA COCTOAJIA W3 4YUCTOro ofpasua
(6irauK), 5 06pPA3UOB AJIA ITOCTPOSHH TPALYHUPOBOU-
HOHU 3aBHCUMOCTH, AByX 00pasliOB KOHTPOAA Kade-
crea (QC) m 5 obpasmor ¢ gob6aBKamu, COOTBET-
CTBYIOIIIMMHU YPOBHAM TIpPajyHPOBOYHOM 3aBUCH-
MOCTHU (BI)IHO.TIHH.TII/I II0 ABA HapaJ'I.TIGJII)HI:IX OHpe/:[e-
nenusd). Bee 06pasibl mpoxoauiau mpoboIIoATOTOBKY
C HpeI[BapI/ITe.TII:HI)IM BHECEHUEM aJIUKBOT pa60‘{I/IX
pacreopoB cranaapros. Takum 06pazom, oguH SKC-
nepuMeHT BEIOUAn aHanus 18 o6pasuos. Kpurepuu

HAJIJIEKAIIEer0 BHIMTOIHEHHI KAKIOTO SKCIIePUMEHTA
OBUTH CIIyIYIOIIUMHA: [IOJYIEHHbIC 3HAYEHHUT Koppe-
JIANHUYU TPaLyUpPOBOYHBIX 3aBucuMocrerd R > 0,99;
3HAYEHUA IPABWIBHOCTH IS KAMKIOTO TPALYHPO-
BOYHOTO ypoBHSA He Gomee =20 %; pasbpoc pesyiib-
taToB ananusa obpasmos QC me Gomee 20 % 1o ot-
HOIIIEHHWI0 K HCTUHHOMY 3HA4YeHWi0. J[d OIeHKn
crienupUIHOCTH METOAUEN IpoBofman aHamus 20
06pasIoB MATPUIIBI KAKIOTO BUAA, HHTEP(EepeHIun
OTCYTCTBOBAIN. SHAYEHUA OTHOCHUTEIBHOTO CpeHe-
KBaJIpaTHYECKOTO OTKIOHEHHS MOBTOPIEMOCTH, CO-
OTBETCTBYOIIME HIKHEMY paboueMy nuarasoHy me-
toauku, He npepsinanu 20,8 u 26 % B MBIIIEYHBIX
TRAHAX, MOJOKE W CyBIpPOIyKTax COOTBETCTBEHHO.
ITokasaTenp BOCOPOM3BOAMMOCTH I JAHHOTO JHa-
[1a30HA METOAWKU HAXOAWJICH B Iipexenax or 12 no
28 % B 3aBHCHMOCTY OT MATPHUIILI U OIIPEJEILeMOT0
coenuuenud. Pabo4uil quanasoH MeTOAUKY U 3HAYe-
HUSA OTHOCHTEJIBHOU PaCIINPEHHON HEOoIIpeeeHHO-
cru U upusenens: B Tabi. 5.

3arjaroYeHue

Paspa6orannas merogura mossosser ompexe-
gate ['®, I'JI u AM®K B npoayknuu XuBOTHOTO
MIPOUCXOKeHUA HA ypoBHe, ycramoBiaenuom Can-
TTuH 1.2.3685-21, u npegHasHadeHa jjs OpraHusa-

Tabamma 5. MeTponormieckue XxapakTepUCTUKN METOIUKH, IIOIyIeHHbBIE B X0/le ee BATUIAIINN

Table 5. Values of the relative expanded uncertainty obtained during validation of the developed procedure

Juanason onpenenaeMbIx

YpaBHeHHE IPagyHPOBOTHON

Burmeas coMlep:RAHUME, MI/KD VnpaF = 095:% 3aBUCHMOCTH L
Meimeunas Tkanb

T'nudpocar Or 0,05 go 1,0 Bx. 41 y = 0,259 + 0,000294 0,999
Cs. 1,0 mo 10 18

AMOK Ot 0,4 ro 2,0 BKI. 28 v = 0,559 + 0,106 0,995
Cs. 2,0 1o 20 23

T'modocunar Ot 0,05 go 1,0 Bx. 29 y = 3x + 0,038 0,992
Cs. 1,0 mo 10 28

Momoxko

T'mudocar Or 0,02 g0 0,2 Bx. 27 y = 0,892x + 0,00849 0,999
Cs.0,2 10 2,5 16

AMOK Or 0,05 1o 0,2 Bx. 25 y = 0,445x — 0,000821 0,999
Cs.0,2 10 2,5 17

Tmodocunar Or 0,02 10 0,2 BRI 25 y = 55,6x + 0,502 0,999
Cs.0,2 10 2,5 16

Cy6upoayxThI

T'nudocar Ot 0,05 go 1,0 Bx. 28 v =0,191x + 0,0268 0,997
Cs. 1,0 mo 10 22

AMOK Ot 0,4 ro 2,0 BxI. 29 vy =143x + 0,252 0,999
Cs. 2,0 mo 20 23

T'modocunar Ot 0,05 o 1,0 Bxxn. 34 y =592x + 1,51 0,999
Cs. 1,0 mo 10 18
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OWH, 3aHUMAIOIIUXCI KOHTPOoIeM 6e30MacHOCTH IIu-
uteBou npoxyrnuu. Meroguka ocHOBAHA HA CENEK-
THBHOM XPOMAaTO-MACC-CIIEKTPOMETPHUIECKOM OIIpe-
JEeJIeHUN € KCIOIb30BAHUEM XPOMaTorpadpuaecKux
KOJIOHOK ¢ o6pareHHo-pasoBsIM cOpOEHTOM, YTO Je-
JIAeT ee BOCIPOU3BOJUMOU B GOJIBIIUHCTBE HUCIILITA-
TenbHbIX Jgaboparopuii. Paszpaborannas meroxmka
aTTeCTOBAHA W BRJIIOYEHA B PEECTD METOLUK H3Me-
peruniit P® (Ne ®P.1.31.2021.39543), a Tarxe BKIO-
gyena B 007acTh akkpepmranuu VCHbITaTenbHOTO
nearpa PI'BY «B'HKW» u npuvensiercs s KOH-
tpoia Gesouacuoctu coipbsa AIIK P® u mmnopru-
pPyeMOU NPOAYKIIUH.
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IIPUMEHEHHE JTOBABOK CIIMPTA IIPH OIIPEJEJIEHUHA IIPUMECEH
B HUKEJIEBBIX CIIJIABAX METO/JOM MACC-CIIEKTPOMETPUH
C HHIYKTHBHO-CBA3AHHOMU IIJIASMOH

© Amgpeit Bragumuposua Anerceer®, IlaBen Buranberuu AxummoBud

Bceepoceuiickuii HayqHO-HCCIEL0BATENBCKUI HHCTUTYT aBUALIMOHHBIX MaTepruaros HalloHaIbHOTO HCCIeN0BATENbCKOrO IIEHT-
pa «KypuaTopckuit maetutyT», Pocena, 105005, Mocksa, yiu. Paguo, x. 17; *e-mail: kvark-87@mail.ru

Cmamus nocmynuna 20 okmabps 2022 2. IHocmynuaa nocae dopabomru 6 nosbps 2022 e,
Ipunama k nybaurxayuu 21 dexabps 2022 2.

Hcenenopato Bnuande f06ABOK CIIUPTOB (3TAHOMA W W30MPOIAHOTA) HA aHATUTHIECKHE CUTHA-
JIBIL TIPU OHpefeneHun 15 571eMeHTOB METOROM Mace-CIeKTPOMETPHN ¢ WHAYKTHBHO-CBI3aHHON
nasmoii (MUCII-MC). ¥ cranosneHo, uTo BHeCCHNE H00ABOK IPUBOAUT K YBeIUIeHUIO (K0addu-
UHEHT yCeHIeHus 6onee 2) ananuTuieckux curHanoB As, Se u Te. MyueHo BIusaHUe CIIUPTOBBIX
I06aBOK HA 00pa30BaHUE OKCHAHBIX HOHOB OCHOBHBIX JICTHPYIOIIMX KOMIIOHEHTOB HHKETICBBIX
CIUIABOB: 00HAPYKEHO OJABIeHHe 00PA30BAHUS MEIIAIOIUX [TOIUATOMHBIX HOHOB XPOMa U TH-
TaHa, CUTHAIBI KOTOPHIX HAKIaABIBAIOTCA Ha curHan 52Se. Meromom UCII-MC ¢ npuvenenunem
JNOGABOK CIIUPTA U IPYTHUX CHOCOOOB IIOJABJIEHUS CIIEKTPAIBHBIX HHTeP(EPEHINH OIpeIe/IeHbI
BpeIHEBIE IIPUMecH B 0fpaslie CI0KHOIETHPOBAHHOTO HUKeIeBoro ciapa. Ilokazano, uro mna
ollpezieneHnd MeHee 2 MKT/T celleHa HeofxomuMo 1o6aBnars 2 % 06. atunosoro cnupra. Ilpasu-
JIBHOCTH TIOJIYIeHHBIX Pe3yIbTATOB HMOATBEP:ELCHA CPABHEHUEM ¢ JaHHBIMU aHAIN3a 00pasia
CILIaBa METOJOM MacC-CIIEKTPOMETPHH BEICOKOTO PaspellIeHns ¢ TIICIOUM PaspPALOM.

KmodeBsle ciroBa: Macc-CIIeKTPOMETPUA ¢ MHAYKTUBHO-cBa3anHoH mwasmoii; UCII-MC; auxe-
JIEeBBIC CILTABEL; OIIpeNeIeHNe BPeIHBIX IpuMecei; To6aBKa CriapTa.

IMPROVEMENT OF THE ANALYTICAL CHARACTERISTICS FOR THE
DETERMINATION OF IMPURITIES IN HIGH TEMPERATURE NICKEL ALLOYS
USING INDUCTIVELY COUPLED PLASMA - MASS SPECTROMETRY (ICP-MS)
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The results of studying the effect of alcohol additives (ethanol and isopropanol) on the analytical signals of
15 elements in their determination by the method of inductively coupled plasma-mass spectrometry
(ICP-MS) are presented. It is shown that these additives lead to more than two-fold increase of the analyti-
cal signals from As, Se, and Te. The study of their effect on the formation of oxide ions of the main alloying
components revealed the suppression of the formation of interfering polyatomic ions of chromium and ti-
tanium, the signals of which superimposed on the signal from 828e. Harmful impurities in a complex al-
loyed sample of nickel alloy were determined using alcohol additives and other methods of suppressing
spectral interferences. It is shown that determination of less than 2 pg/g of selenium necessitates the addi-
tion of 2 vol. % of ethyl alcohol. The correctness of the obtained results was confirmed by a comparative
analysis of data obtained for the same sample by high resolution mass spectrometry with a glow discharge.

Keywords: inductively coupled plasma mass spectrometry; ICP-MS; nickel alloys; determination of impu-
rities; microwave sample preparation.

3TUX MATEPUAJIOB IIOCTOSHHO [OBBIIATCH, 4TO Jie-
saeT HeOOXOMMMBIMU Pa3paboTRy W MPOU3BOACTBO
JKAPOIPOYHBIX CILJIABOB HOBBIX THIIOB C YJIyYIleH-
vHpiMu cBoucrBamu [1]. ITomMmMo OCHOBHLIX JerwH-

Beenenne

Hukenespie craBel HIMPOKO HPUMEHSIOT IIPU
HM3TOTOBJIEHUH BAKHBIX Y3JI0B U [ETAIEeH COBPEMEH-
HBIX ra30TypOMHHBIX ABUTATENed M arperaron. Ms-

JeIyd U3 STHUX CIJIABOB B IIPOLIECCE DKCILIyaTAIUN
HCIIBITHIBAIOT OTPOMHEIE CHJIOBBIE W TEILIOBBIE Ha-
I'Py3KH, [IpY 3TOM TPeOOBAHUA K XaPAKTEPUCTHKAM

PYOLIIUX KOMIIOHEHTOB, B COCTaB CIIJIABOB BXOOAT
BpemHbIE IIpUMecH, K KoTopbiM oTHocaTca Cu, Zn,
As, Se, Te, Sn, Sb, Pb, Bi u ap. [lamxe murporoamge-
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crea (menee 0,01 % macc.) 5THX 5J€MEHTOB OKA3bI-
BAIOT HETATHBHOE BIMAHUE HA PA3JIUIHBIE CBOHUCTBA
Marepuana, I03TOMY YpPEe3BBIYAWHO BaXKHOM 3aja-
qell fABJAETCH Olpe/ieleHre BPEIHBIX IIPHUMeced B
HUKEJIeBbIX CILIaBax [2].

OpHuM U3 METOLOB MHOTO3JIEMETHOTO AHAJNAA,
IIUPOKO TMPUMEHAEMBbIX I OINpPEeNeIeHUuA MIpUMe-
ced B MATEPHANIAX PA3INIHOIO COCTABA, U XaparTe-
PH3YIOIIUXCA BBICOKOM YYBCTBHUTEIBHOCTHIO W HU3-
KUMH TIpefenaMu OOHAPYIKEHWS, SBISEeTCA Mace-
CIIEKTPOMETPHUSA C MHAYKTUBHO-CBA3AHHOM I171a3MOH
(UCII-MC) [3]. Oguaxo npsamoe OnpeieeHmne YacTh
5JIEMEHTOB B IIP06ax CIIOJKHOTO COCTABA HE BCETIA
BO3MOKHO M3-32 HAJIWYHUS CIIEKTPAIbHBLIX MHTEpPGe-
PEHIMi — HAJIOKEHUS CHUTHAJIOB HWOHOB PAa3HBIX
SJIEMEHTOB WM MOJIEKYJISAPHBIX HOHOB APYT HA IpYy-
ra [4]. lna ycTpaHeHUd WKW YaCTUYHOTO II0/aBJIe-
HASA AHHOTO 3(P(PeRTa YACTO NPUMEHST PEeaKIu-
OHHO-CTOJIKHOBUTEILHYIO A9E€HUKY, SABIAIIILYIOCT CO-
CTABHOM YACTHI0 COBPEMEHHBIX MACC-CIIEKTPOMET-
pos [5].

OpuauM w3 coco60B MPEONOICHUA CIEKTPAD-
HBIX WHTEP(EPEHINHA ¥ YBEJIWYCHUA AHATUTHAIE-
CKOTO CHTHAJIA SABJISETCH BBENEHWE B HWHIYKTHBHO-
CBA3AHHYI0 IUIA3MY OPraHWYECKUX BEIeCTB, YAIle
Bcero — cuuproB u Merana [6]. Couprer BBOgAT B
BUAe N00ABOK B PACTBOPHI AHAIU3HPYEMbBIX IIPOO
[7], a meTan — B ra3o006pasHOM BHE B PEAKIUOH-
HO-CTOJTKHOBUTEJIBHYIO AIEHKY HUIH HEIIOCPEICTBEeH-
HO B 1asmy [8].

Y BenudeHue aHAIIUTUIECKOTO CUTHAJIA IIPOUCXO-
OUT 33 CYET IIEPEHOCA MOJIOKUTEILHOTO 3apsana C
HMOHA OPTAHUYECKOI0 COeIVWHEeHU:A (CIIMPTA WU Me-
TaHa) HA aroM omnpexgendemoro siementa: CT 4+
+ M —> M+ + C, tne C — opraumdyeckoe coenuue-
mue, M — arom onpegensevoro snemenrta. [lpu
9TOM YBEJIWYUBAETCH [O0JA HOHOB AHAJIWTA M, KAK
CJIe[ICTBHE, BO3PACTAET WHTEHCHBHOCTh AHAIUTHIE-
croro curHana. Jlauueii sdderr manbonee xapax-
TEPEeH I TAKUX DIIEMEHTOB, Kak As u Se — ¢ OTHO-
CHUTEIbHO BBICOKMMHY IIOTEHITUATIAMA WOHU3AIUN
(9,82 u 9,75 5B cooTBeTCTBEHHO), HO HUKE, YeM ¥
yriepoga (11,36 9B), a gisa sneMeHTOB ¢ IIOTEHIHA-
JamMu poHu3anuy Hrike 9 5B ananuTuyeckue curua-
sl yBenmauBawrca HezHadurenbHo [9]. Jobasru
OPraHWYeCKHUX COENUHEHUU TAKKEe CIOCOBCTBYIOT
CHIZKEHUIO MOJIH MEIIAMIINX IOJHATOMHBIX HOHOB
B masme, B gactaoctH, “CAr35Cl+ [10] u okcuaHBIX
IIOJIMATOMHBIX HMOHOB [6], 4TO B KOHEYHOM HTOTre
YMEHBIIAET CEeKTPAIBHBIE IIOMEXH,

Iens nammoit paboThI COCTOSATIA B HCCIIEOBAHUYU
BIHAHUA 106ABOK CIIMPTOB HA AHAJIWTHUYECKHAE CHT-
Hanel npumecHbix saementoB (B Mn, Ga, As, Se,
Cd, Cu, Zn, Te, Sb, Sn, Te, Pb, Bi, Ag) u nonuarom-
HbIX HOHOB (okcuaubIX HoHOB Cr, Co u Ti) npu ana-
nu3e HukeneBblx ciuraoB merogom HCII-MC, a
TAKKE B OLIPEEIEeHUN JAHHBIX [IpuMeced B obpasie

CJIOMHOJIETMPOBAHHOIO HUKEJIEBOTO CILIABA C IIPH-
MeHeHreM 100aBOK CIupTA.

IKCIEepUMEHTATHHAA YACTH

Annapamypa. Jns npoBeneHHsT HSKCIIEPUMEHTA
ucronb3oBanu macc-cuekrpomerp iCAPQc (Ther-
moFisher Scientific, I'epmanus). J[na mocrukenus
MAKCHUMAJILHOU WHTEHCHBHOCTH AHAIUTHIECKUX
CUTHAJIOB BBINOJHAIN aBTOMATHIECKYI0 HACTPOUKY
pabouyux mapaMmerpoB Hpubopa B COOTBETCTBHH CO
CTAHAAPTHOM IIPOIENYPOU, 3aJaHHOU IIPOHU3BOAU-
resem (tabm. 1). IIpu sToM 6BLIM JOCTUTHYTHI Ciie-
IYIOIIUEe XapPAKTePUCTURKN 4yBCTBUTEIBHOCTH: YPO-
BeHb OKCHJHBIX HOHOB %Ce(Q/*°Ce = 2,0 %, ypo-
BEHDb JBYyX3apAfnHbIXx WOHOB 37BaZ+/187Ba = 25 %,
Ti > 35000 wmmu/c/(mer/mm3), 238U > 300000
wuMn/c/(MRr/ov?).

Peakumonno-cronkuoBuTebHAA TIEUKA C Ted-
em (99 % 06.) u Bogopogom (1 % 06.) paborana B pe-
JKHME AMCKPUMHUHALWYN 110 KMHETHIECKOW SHEepruu
(pesxum paborsr KED). Ilocine HACTpOUKU peariu-
OHHO-CTOJIKHOBUTENHHOU SYEUKY 3HAYEHUWE HAIPH-
JEeHUA Ha Bxoje B KBaapyunonas Pole Bias cocrasuio
-17 B, manpsxenue una Boeixoze u3 sgeniku CCT Bias
—20 B. Pacxopn rasa uepes sagdediky 6bu1 momobpan
BPYYHYIO B COCTABIII 6 MJI/MUH, IIpU 5TOM OBLI gOC-
THTHYT MHHHUMAJIbHBIH YPOBEHb OKCHIHBIX HOHOB
156Ce(0/14%Ce = 0,4 %. Ina pacrsopeHus 1pob wuc-
[I0JIB30BAJIA CUCTEMY MHUEPOBOJIHOBOU HPOBGOIIOATO-
toBku MARS 6 (CEM, CIIIA) ¢ TedproHOBBIME aBTO-
rmaBavu MARS XpressPlus (CEM, CIIIA) o6bemom
100 cm®.

Jld cCpaBHUTEIBHBIX UCITBITAHUN HCITIOIB30BAIN
MACC-CIIEKTPOMETDP BBHICOKOTO PA3PEIleHus ¢ HOHH-
samnumert B TiaewimeMm paspane ElementGD (Thermo-
Fisher Scientific, ['epmanus), BHIOIHAIN AHAIHA3
TBEpLOro 06pasna B PEIKUMe BBEICOKOTO PA3pPEeIIeHus
(Ipy 5TOM OTCYTCTBYIOT BCE BO3MOKHBIE CIIEKTPAIIb-
Hble HHTEP(EePeHIUK Ui CIUIABA AAHHOU MApKH)
[11].

Peazenmur u o6vexmut uccaedosanus. g pac-
TBOPEHUA IIPO6 HKCIIONB30BAIN A30THYI0 KHCIOTY
KBAMU(PUKALNY OCY, OUHILEHHYIO C [IOMOIIILI0 CACTe-
mbl neperougu 6e3 xunenus BSB-939-IR (Berghof,
Tepmanus), u 40 % ¢TOPOBOMOPOAHYIO KHUCIOTY
(Merck, I'epmanms). B xauecrse 106aBOK HCIIOIH30-
BAJIM STUJIOBLIM cuuptr Boiciied oductku o ['OCT
5962-2013 u M30OPOIMMIOBLIN COHUPT A6COIIOTHPO-
paunbid mo ['OCT 9805-84, koTopbie pacTBOPSIH B
JENOHU3UPOBAHHOU BoJe (yIeIbHOe COLIPOTHBIEHNE
e mernee 18,2 MOwm - cm). B kagecTBe BHyTpeHHETO
CTAHAPTA, KOTOPHIA BBOAMINA BPYYHYIO, HUCIOIL30-
BAJM PACTBOP HHAWA C KOHIEHTpaumeu 2 MKI/I,
[IPUTOTOBJIEHHBIA u3 crangapraoro pacrsopa (In
1 r/n, High-Purity Standards, CIIIA). Nasa apwuro-
TOBJIEHUS BOJHBIX PACTBOPOB OLPENeIAeMBIX 3iIe-
MEHTOB U IOCTPOEHHUA I'PALYUPOBOYHBIX 3ABHCHMO-
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CTEU MeTOL0M H0OABOK MCIOIL30BAIMN CTAHAADTHEIE
pacreopsl B, As, Se, Cd, Cu, Zn, Te, Sh, Sn, Ga, Ag,
T1, Pb u Bi ¢ xoumnenrpanueii 1 M1/, IpUroTOBICH-
HbIe U3 CTAHJAPTHBIX PACTBOPOB DTUX DIEMEHTOB C
rourenrpanmest 1 r/n  (High-Purity Standards,
CHIA). CrangaprHble PACTBOPLI JETUPYIOMIUX Bie-
menTor ciuiasa (Ti, Cr u Co) ¢ koumenTparued 1 r/n
(High-Purity Standards, CIIIA) ucnonpsosanu mis
[IPUTOTOBJIEHUA BOJHBIX PACTBOPOB ISl OLIEHKU Me-
[IAOIMIETO BIHUAHWAA [AHHBIX DIEMEHTOB B XO[e
MACC-CIIEKTPOMETPUYECKUX U3MEepPEHUH.

Brur mpoBemen ananns HKCIEPHMEHTAIBHOTO
obpasma HukenaeBoro cruiasa tuna Inconel 625 (e-
THPOBAH XPOMOM, KOOAIBTOM M THTAHOM), H3TOTOB-
asennoro B HWIL «Kypuarosckuii wmucTHTYT> —
BUAM.

IIpobonodzomosra. O6pasIbl HUKEIEBBIX CILIA-
BoB Mmaccow 0,5 r (110 4 upobsl B cepun) pacTBOPSIN
B 20 mi Bopsl, 8 Mt HNO; u 2 v HE. Cragana g
ofpasiy mo06aBisauM BOLY, 3aTeéM — ILIABAKOBYIO
KHCIOTY, IIOTOM — a30THy. Harpes aBTori1aBoB B
MUKPOBONHOBOM cucteme 1m0 120 °C ocyrectsusny B
teaenue 20 muH, 3areMm eme 20 MUH O ePKUBAIN
OAHHYIO TeMmmeparypy. MakcumanabHAs MOIIHOCTD
narpesa Obuia 3agana w3 pacdera 150 Br ma aBro-
KJIaB, IPEeAeNbHOe AABJIEHHWE COCTABUIO He 0oiee
20 arm. O6beM MOIYYEHHOTO PACTBOPA, KOTOPBIA
Jajee HWCIONB30BAIN A AHAIW3A, HOBOLUIN [0
100 mu1 u pasbasianu g0 koHnenTpanuu 0,5 /71 mo
MAaTpHIie.

Taémauma 1. PaGoune napaMeTpbl Macc-CIeKTpoMeTpa
Table 1. List of instrument settings

Hdng 1ocrpoeHWs TIpPagyUpPOBOYHBIX 3aBUCH-
MOCTEHM WCIIONb30BAIHM METOf A06ABOK, BBOAA W3-
BECTHDIE COJEPMKAHUA OlPENeNseMblX 3JIeMeH-
TOB HENOCPECTBEHHO B AHAIM3UPYEMbIi o6paser,
Bayrpennuii crangapr npuMeHany aIS KOppPeRIun
npeiida curHaa B TEYEHUE M3MEDPEHWM U MaTpud-
HOTO BJIMAHHUA KOMIIOHEHTOB OCHOBBI CILJIABA HA HUH-
TEHCHUBHOCTHU CUTHAJIOB OIIpeAesIsieMbIX 3JIEMEHTOB.

C6op u 06paboTKy HAaHHBIX ITPOBOIWIIN, UCIOIb-
3ys [IPOrPaMMHOe 06ecredeHrne Macc-CreKTpoMeTpa
Qtegra. 3a pesynbraT aHAIHM3a IPUHUMATHN CPEIHee
apudyMernyecKoe pesyIbTATOB YeThbIpex HapaJLieiib-
HBIX OIpPEJe/JeHHI, BKJIKYAd BCe craguu Ipobo-
[IOJTOTOBKH.

Ob6cykaeHne pe3yabLTATOB

Ilepen maganom ananwusa Heo6XoAUMO OBLIO BbI-
6paTh M30TOMmBI onpeaenseMbix daementor (P, Mn,
Ga, As, Se, Cd, Cu, Zn, Te, Sb, Sn, Te, Pb, Bi, Ag) ¢
Y4eTOM KX PACIPOCTPAHEHHOCTH IJIS NOCTUMKEHUS
MAKCUMAJILHOTO AHAJUTHYECKOTO CUIHAIA U C MHU-
HEMAILHBIM YUCIOM BO3MOKHBIX HHTED(EpeHIrH
(c ygeroM cocTaBa AHAIM3UPYEMOTO MaTepUAasa)
(rabm. 2) [4].

Bausnue dobasor cnupmos Ha araaumu4ecKue
CUZHAABL 3/1eMEeHIMOs. I[.TIH HUCCIeNOBAHUA BIUAHUA
106aBOK crimpra GbLI IPOBEAeH AHAJIN3 BOSHEIX Pac-
TBOPOB (¢ KoHIeHTparnuel ot 5 1o 100 mEr/m) ompe-
JeJAeMbIX 3JIeMeHTOB, cogepsramux 0 — 8 % 06. sTu-
JIOBOTO HJIM H3OIIPOIIMJIOBOIO CIixpTa. KHCHOTHLIfI
COCTAB BCex 00pasIoB, BKIKYAA KOHTPOJIbHDIE, ObLI

ITapamerp 3HaveHne
TInasmoo6pasyromuii ras, 1/MuH 13,7
Benomorarensuetil ras, 1/MuH 0,7
PacnbinurenbHbId ras, 1/MuH 0,92
CxopocTb IIepuCcTATBTHYECKOTO Hacoca, MUH | 40
T'ny6una nnasmoor6opa, MM 5
Momnocts RF remepartopa, Br 1400
Yucno kaHANIOB HA MaCCy 1
Yuceno CKAHOB B PEILIHEe 50
Yucno pennvk s o6pasia 3
Bpewmsa unrerpuposanusa (Dwell time), ¢ 0,01
Hanpsxenne na skerpaxrope (Extraction Lens 2), B 164
Hanpsxenne Ha doxycuoi muuse (CCT Focus Lens), B 3,6
Paspermienne, a.e.m. 0,7

Pacorinurens

Pacnbimurenbuadg kamepa

TeMmmepaTypa pacueLINTEIbHOM KaMepsl, *°C
Cammep

Crmmmep

Muxpomorounsrii, kouneaTpudeckuil PFA-ST (400 mxm/vumm)

KBapueBaH, IOUKJIOHHAA C TEPMOSNIEKTPHUIECKUM OXTIaKACHIIEM

2,7
CraHmapTHLIN HUKeIeBIN

CranmapTHBIA HUKENIEeBLIN CO BCTABKOH 3,5 MM
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Puc. 1. 3asucumoctu kosppuiimenTos yennenna ananurudeckoro curaana Bi, Cu, As u Se oT cofep:kanua sTaHoIa U U30IIPO-

maHoNIa B mIpobe

Fig. 1. Dependences of enhancement factors of the analytical signals of Bi, Cu, As, and Se on the ethanol and isopropanol con-

tent in the sample

OIMHAKOB ¥ COOTBETCTBOBAJ 06pasnamM aHAIU3Hpye-
MBIX HHKEJIEBBIX CILIABOB (IIOC/IEe MPOBEIEHUSI BCEX
craguil npo6oroaroToBku). [y ONEHKW BIHAHUA
CIIMPTOBBIX MOGABOK Yalle BCETO MCIIOIB3YIOT K0dg-

TaﬁJII/IHa 2. HN3zoromsbl OIIpeaendaeMbIX 3JIEMEHTOB U OCHOB-
HbI€ MEILAIINe NOHBbI

Table 2. Isotopes of the elements to be determined and the
main interfering ions

Wsoron Pacnpocrpa- M 3 Pacrmpocrpa-
OTIpeneNAeMOoT0  HEHHOCTD eH;at)IzmHH MZEIP;PII(‘))I‘;T;O
37eMeHTa usorona, % wome, %
aLp 100 15N 160+ 3,45
?Mn 100 — _
65Cu 30,83 49T{160)+ 5,49
66Zn 27,9 50T{16()+ 5,39
50(p160)+ 4,33
"Ga 39,9 — _
7BAs 100 59(10160+ 99,76
828e 9,2 50Cp160160 + 432
1060d 1,25 . .
107Ag 51,8 — _
1188 24,2 . .
1218} 57,3 . .
130T 33.9 . .
205 70,5 . .
208P} 52,4 . .
209135 100 . .

unment ycuinenus (£, enhancement factor) [9], xo-
TOPBIA PACCIUTHIBAIM 110 (DOPMYJIE;

I 2
_ I 06 I 7106
o I-I
e 1 I’ . — WHTEHCHBHOCTH AHAIUTHYECKOTO
n06s  + 106

CUTHAJIA AHAIM3UPYEMOHR U KOHTPOJIBHOU IIPo6 cooT-
BeTCTBEeHHO ¢ mobaskoii coupra; I, I’ — mHTEHCHUB-
HOCTH AHAJIUTHYIECKOTO curHana 6e3 nobasku. [lomy-
YEHHbBIE 3aBUCHMOCTH KO3(P(PUIMEHTOB YCUIEHUA OT
COZIEPIKAHMA HTAHOIA U U30IPOILIAHOIA B IIpobe npu-
BeZIeHbI HA puc. 1.

W3 puc. 1 BugHO, 94TO yiKe IPU CONEPKAHUY STH-
soBoro cumpra 2 % 006. UMeeT MEeCTo 3HAYUMOe yBe-
nrgeHre KO3(PPUIIMeHTa YCUIOHUS A MBIIIBIKA
u cenena (B 3,3 u 3,4 pasa COOTBETCTBEHHO), IJIA
BUCMYTA U MeIH pocT HesHauuTe bHbIN (B 1,2 pasa
st obomx siemeHTOB). JlambHellee yBenudeHue
COEPIKAHUA CIHUPTOB I[IPH AHAIW3E PACTBOPOB C
MBIIILAKOM M CEJIEHOM IPUBOAUT K HEOOJIBLIIOMY
yBeamdeHuo Kod(duimenta £ [0 CPABHEHHIO C
no6aBkoi 2 % 06. (g MBIIIbIKA AAHHBIA POCT CO-
crasun 1,06 pasa, mius cenena — 1,08 paza), a s
BUCMYTA W MEAH POCT COIep:KaHusa cuupra Goiee
2 % 06. UPUBOAUT K CHUIKEHWUIO KOD(PPUIMeHTOB
ycunenus. JobGapieHue BBICOKMX COLEPIKAHMU
CIIUPTA TAKKE HEMKeIATENbHO W3-32 OTIOMEeHUU
yIJIEPOZA B BH/E CAIKU HA KOHYCAX K JPYTHX YACTAX
MACC-CIIEKTPOMEeTPa, [OSTOMY IS JATBHEHIINX SKC-
IIepPUMEHTOB 0bLIA BHIGPAHA KOHIIEHTPAIHA CITUPTO-
BOU f00aBEHN 2 % 00.
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Fig. 2. Enhancement factors obtained for various elements
with an alcohol additive of 2 vol. %

Hawbomnsmue kosddunuents: yecunenus (6oaee
2) 6buty mosryaens! s B As, Se u Te (puc. 2), onna-
k0 naHabi 3¢pderr B ciayuae docdopa cBazan
[PEKIe BCEIO CO CHEKTPAIBHBIMU HAIOKEHUSIMU
npu m/z = 31 cuUrHaNOB PA3IUYIHBIX IOIUATOMHBIX
WOHOB, NpOM3BOAHBLIX oT coupros (2C1H3%0*,
13CTH,%0™* u ap.). Boapmux pasauaui kosdqdunm-
€HTOB YCHJIEHUA NpU A0GABIEHUU STAHONA U H30-
[POIAHOJIA BBISBIEHO He GbUIO, I09TOMY B JaJIbHEM-
el paboTe UCIOIb30BAIN TOIBKO STHIOBBINA CIIUPT
Kak 6osee TUAPO(PUIBHBIN 334 CYET MEHBIIEH yTie-
BOZOPOJHON YACTH MOJEKYAbl (H30IPOIMIOBBIMA
CIUPT TAKKE [JI0X0 OTMBIBAETCH OT CTEHOK ILIACTH-
KOBOM MOCY/IBI, 9TO YCIOKHAET paboTy ¢ HAM).

Hanee mayuwnu Biusinue p06aBOK CIHpPTA HA
WHTEHCUBHOCTh AHAIMTHIECKUX CUTHAJIOB 3JIEMEH-
TOB B BOJHBIX PACTBOPAX JETHPYIOIINX KOMIIOHEH-
TOB HUKEJIEBBIX CILUIABOB B KOHIIEHTPAIUAX, COOT-
BETCTBYIOIIMX [PUMEDPHLIM CONEPHKAHUAM IAHHBIX
3JIEMEHTOB B aHajIu3upyeMoM Marepuane: Ti —
10 mr/n (coorBercrByer 2% B cmase), Co —
50 mr/a (10 %), Cr — 100 mx/a (20 %) (puc. 3). JLna
ollpefielleHus KCII0Ab30BaIu uzoronnl %°Cu, %Zn,
BAs, %2Se, HA CUTHAILI KOTOPBIX HAKIAIBIBAOTCA
CUTHAJIBI COOTBETCTBYIOIIUX 10 MACCE OKCH/HBIX I10-
nuaroMHBIX moHOB (¥Ti80+ ma %5Cu, Ti80+ u
50Cr60* ma %7Zn, ¥Co60* ua PAs, YCri0%0* u
50T{160160+ Ha 82Se).

W3 puc. 3 BupHO, 9TO TOMBKO IIa cenena (%2Se)
HAGIOAAeTCA 3HAYNMOE CHUKEHNE HHTEHCUBHOCTEH
curHainos turana u xpoma, Tagum o6pazom, npucyrt-
CTBUE CIMPTA MOAABIAET 06PA30BAHNE MEIIAIUX
rmonoB XCrl6Q180+ i 0Ti16Q16Q+, curmamns ot kKoTo-
PBIX HAKIAABIBAKOTCA HA CHTHAJ OT 52Se, 4T0 MOMKHO
KCIOIb30BAThH [IPY OIPEIEICHUN IPUMECH CeJIeHA B
CILUIABAX, JEIrHPOBAHHBIX XPOMOM W THTaHOM. Jljs
ocranpHbix (Cu, Zn, As) onpeneiseMbIX 3JIEMEHTOB
BBIIeonucanuoro sdpdperra He Habmomaercs.

Onpedenernue npumeceli 6 ob6pasye cnaasa
muna Inconel 625. Ha cneayroinem stare paborsi
GBI IPOBEJIEH AHAIIN3 DKCIIEPUMEHTAIBHOTO 06pas-

14 1k Cr
1.2 -

1 Ti . Co Ti| |Co Ti ‘QrJCO Co
0.8 -
0.6 - i Cr
0.4 - \
0.2 I
0 J .
Cu /n As Se

Puc. 3. KosduimenTs! ycuIeHnsa CUTHAIOB MEIIAOINX
VWOHOB TIPpY 3HAYEHWAX M/, COOTBETCTBYIOIHUX AHAJUTH-
geckuMm cur"anam 55Cu, 6Zn, As, 82Se, momyuennsle npu
aHAIN3€e BOSHBIX PACTBOPOB JETUPYOIINX KOMIIOHEHTOB HU-
xeneseix cirasos (Ti, Cr, Co) ¢ xo6askoit 2 % 06. 3TUIOBOTO
crImpTa

Fig. 3. Enhancement factors of the signals of interfering
ion at m/z values corresponding to %5Cu, 66Zn, "5As, and 82Se
analytical signals obtained in analysis of aqueous solutions
of alloying components of nickel alloys (Ti, Cr, Co) with the
addition of 2 vol. % ethyl alcohol

na ciiasa tuna Inconel 625 (sreruposan xpomom 6o-
nee 20 % macc., Turanom — Gonee 2 % macc. U Ko-
6ansrom — 6osee 10 % macc.) B CTAHZAPTHOM PEIKH-
M€ IIOJABJIEHUA CIEOKTPAILHBIX HHTEP(EPeHInid u
JOIIOJHUTENLHBIX N00ABOK B aHAIM3UPyeMble pac-
TBOPBI U B IIPUCYTCTBUU 100aBOK 2 % 006. STHIOBOTO
cIupTa, 4 TAKKe C IPUMEHEHHEeM JPYTHX CII0co00B
MOABJIEHUS CIEKTPAJIBHBIX HHTEep(EepeHIu: pe-
seum paborer KED [5], maremarudeckas KOppekusa
mus onpepenenusn ¢ocopa [12], npumenenue kop-
PEeRTHPYOINX K06ABOK JETHUPYIOINUX KOMIIOHEHTOB
JULSL OLIpeJe/IeHus MeJ U, [IUHKA, MBIIIbIKa U cejieHa
[13]. Jlauubri obpaser] Tak:xe ObLT IIPOAHATU3UPO-
BAaH METOJOM MAacC-CIIEKTPOMETPUI BBICOKOTO paspe-
mrenus ¢ TiaemuM paspagom (MCTP) (raba. 3).

IIpu maremarugeckol KOppeKnuy M3MepeHHBIN
CUTHAJ U30TOIA MELIAIOIIero SJIeMeHTa, CBOOOTHbBIN
OT HAJOKEHHU, BLIYUTAIT u3 O06IIero 3HadYeHusd
CHUTHAJIA C YIETOM PACIPOCTPAHEHHOCTEH H30TOIIOB
JJIT KOHKpPETHOro duemMeHTa [12].

Koppexrrupymomue no6aBku mpeicTaBisaim Co-
60 OTHEIbHBIE BOJHBIE PACTBOPBI JIETHPYIOLIUX
AJIEMEHTOB (HpI/I AdHaJIN3e NAaHHOTO CILIaBa HCIIONb-
sopanu pacreopsel Ti, Co u Cr) B KoHIEHTpAIHAX,
COOTBETCTBYIOIIHUX COAEPIKAHUAM IAHHBIX KOMIIO-
HEHTOB B AHAJHU3UPYyEMOM CILJIaBe, IIPHU 3TOM EKHC-
JIOTHBIM cocTaB (KAK M HAJIMYWE BHYTPEHHETO CTaH-
gapra) sTux 06pasmoB 6bUT HAEHTHIEH BCEM OCTATh-
HeIM npobam. [lamee pesysnbraTel, MOLyYeHHBIE IIPU
aHaIM3e JAHHBIX PACTBOPOB, BBMUATAIH (LIPOIIOP-
OHUOHAJIBHO CONEPIKAHUIO JIETUPYIOIIUX BIEMEHTOB)
W3 Pe3yJIbTaToB aHAIN3a OCHOBHBIX mpob [13].

W3 Taba. 3 ciemgyer, 4To pesysbTaT OIpemese-
uus Gocdropa, MOILYISHHBIN i 00pasna co CIUpPTO-
BOU 100aBKOM, 3HAYKMMO BBILIE BCEX OCTAIBHEIX, 4TO
[OATBEPIKAAET HAIUYHE CIIEKTPATIBHBIX HAJIOKEHUU
Ha curaan ¢ocdopa CHTHAIOB PA3IUYHBIX IIOJIH-
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dTOMHBIX MOHOB, IIPOU3BOJHLIX OT 3THJIOBOTO CIIHD-
Ta. B JoBepuTeNIbHBIN HHTEPBAI Pa3yIbTara MeToa
MCTP nonagaer ToMbKO 3HAYEHHE, ITOJIYICHHOE Me-
rogom VICTI-MC ¢ npumeHeHreM MeToa MaTeMaTH-
YecKOU Kopperuuu. s Meau TOYHBIA pesynbrar
OOCTUTAETCH YK€ B CTAHAAPTHOM DPEIKHME, ITOCKOIIb-
Ky ee COIepiKaHre B CIUIABE OTHOCUTEJHLHO BEJIUKO
(60mee 200 MET/T) M MelIawIee BIUAHNUE JETHPYIO-
OIUX KOMIIOHEHTOB CILIJIaBa IIPU JAaHHBbIX KOHIIEHTPAa-
nusax Cu mezmauwrensHo. [Iprvenenue KopperTu-
pyromux n06aBok gerupyronux snementos (Tiu Cr
ana ompenenenus IwmaKa, Co mis onpenereHus
MI:IH_II:HKa) IIO3BOJIMJIO IIOJIYYUTHh TOYHBIC Pe3yJIbTa-
Thl OIIpefesieHus NUHEKA KW MBbIIIbAKA, IIPH 3TOM
CIIUPTOBEBIE I[OGaBKI/I HUKAK HE IIOBJIHWAJH HA TO4-
HOCTH Pe3yJIbTaTOB AHAJIN3A [10 CPABHEHUIO CO CTAH-
JAPTHBIM PEKUMOM.

Hawnyamuii sdpdperr cnmprossie go6aBru oka-
3BIBAIOT HA OIPEAE/ICHNE CEeJIeHA: IOJIyIeHHBIN pe-
ayaprar 0,8 MEI/T (B CTAHAAPTHOM PEKHMeE II0Lyde-
HO 6 MEI/T, 9TO HE YIOBJIETBOPHET YCIOBHIO TOYHO-
crr) ObLI HUMKE IPEeSbHOTO 3HAYEHUSA, YyCTAHOB-
JIeHHOT0 paspaboraurom ciuiasa (ue 6osree 2 MKI/T).
IIpu ananuse COBMECTHO ¢ KOPPEKTUPYIOIIeH no6as-
KoM xpoma 65110 moydeno 0,6 MKI/T, YTO COBIIAAAET
¢ pesyabrarom meroga MCTP. Ilpu npumenenuu
K€ TOJIBKO KOpPpeKTupymrIed nobasku (6e3 n106aBok
CIIMPTA) PE3YJIBTAT II0 CeJIEHY COCTABHWII 4 MKT/T, 4TO

HE YIOBJIETBOPAET YCIOBUI TOYHOCTH M BBIIIIE yCTa-
HOBJIEHHOTO IIPE/IeILHOIO 3HAYSHUA.,

PekuM usMepeHus ¢ MCIOIb30BAHUEM DPEAKIU-
oHHO-cTONKHOBHUTENbHON suetiku (KED) npumens-
s s onpenpenenus B, Cu, Zn, As u Se. ITpu sTom
TOYHBIM Pe3y/abTaT 6bLI II0JydYeH TOJDLKO IJIA Menu
(4T0 mocTHraercsi W B CTAHAAPTHOM DEKHME), pe-
3YJILTATHI OIPENEJCHAS MbIIbAKA U CEJeHA 3HAYU-
Mo BbIie (6osee yem B 7[Ba pasa) 10 CPABHEHUIO C
[IOJIy4EHHBLIMH B CTAHJAPTHOM PEMKKME, YTO MOMKET
OBLITh CBA3AHO C HANOMCHHWEM HA CHTHAILI PAS W
82Se curnamoB MoneKyIApHLIX HoHOB SNil6QTH* u
WAr9Ar'H'H*, ofpasyomuxca B pPEaKIMOHHO-
CTOJIKHOBHUTENHHOU SYEHKe, COTEP:KAIIed BOJOPO.

s Bcex OCTAJIbHBIX 3JIEMEHTOB TOYHLIE pe-
3yJIbTATHI AHAJIM3A II0Jy4eHbl KdK B CTAHAAPTHOM
pexuMe Uu3MEePeHUs, TAK U C IIPUMEHEHUEM CIIUPTO-
Bo# mobapku. Taxkum 06pazoM, IS TOYHOTO OIIpee-
JIGHHS. MEHee 2 MKI/T cejleHa B HUKEJIEeBOM CILIABE,
JIETUPOBAHHOM XPOMOM, HE0OXOIUMO HCII0Jb30BAThH
nob6aBkry srunoBoro cuupra (2 % 06.).

Hanee 6bUIM PACCUMTAHBI MpEAENbl 0GHADYKE-
Hud (KaK YTPOGHHOE CTAHAAPTHOE OTKIOHEHHE CUT-
HAaJIA JJIA KOHTPOJbHLIX IIPO6 — BOIHBIX PACTBOPOB,
COIEPIKAIIMX TOJBKO BHYTPEHHHMU CTAHIAPT U KU-
CJIOTBI B T€X e KOHIEHTPAIUAX, 4TO U IIPOOLI CO
CILUIABOM) MBINIbSAKA, CEJIEHA U TeIypa ¢ H00aBKOM
2 % 06. sTanona u 6e3 Hee, IIOCKOILKY [JIA DTUX DiIe-
MEHTOB GBLLIO [IOJYYEHO CYLIECTBEHHOE YBEIUYeHUe

Ta6auma 3. Pesynvrarsr onpegenenus B Mn, Ga, As, Se, Cd, Cu, Zn, Te, Sb, Sn, Te, Pb, Bi, Ag (uxr/r) B cunase Tuma
Inconel 625 ¢ ucnonp3oBaHMEM PasIHYHBIX CIOCOG0B IONABIEHN CIIEKTPAIBHEIX UHTepthepennui (n = 4; P = 0,95)

Table 3. Results of B Mn, Ga, As, Se, Cd, Cu, Zn, Te, Sb, Sn, Te, Pb, Bi, Ag (ng/g) determination in an Inconel 625 alloy using
various methods of suppressing spectral interference: alcohol additions, KED operation mode, mathematical correction, cor-

rective additions of alloying components (n = 4; P = 0.95)

OmnpenenaeMbrit CrangaprasIi I — Maremarnueckaa Koppexrupyrouiue Pesxnm MCTP
a7eMeHT pexuM KOppeKnus no6aBKH n3mepennsa KED
P 132 213 8*2 — 14 =4 92
Mn 420 = 20 410 = 20 — — — 400 = 10
Cu 220 = 10 210 = 20 — 210 = 20 220 = 30 210 = 10
Zn 9+ 2 8§+2 — 3x1 10 =4 2+1
Ga 20+ 6 19+6 = — 14 =3
As 15+ 3 11+3 — 4x1 34 +6 3x1
Se 62 0,8+0,3 — 4+2 13+5 0,6 0,3
0,6 = 0,3*

Cd 3x1 4=1 — — — 4=1
Ag <0,1 <0,1 — — — 0,04
Sn 3x1 4=1 — — — 4=1
Sb 2+1 2+1 — — — 2,008
Te 1,005 0,8 £0,4 — — — 1,0+04
Tl <0,1 <0,1 — — — 0,02
Pb 0,5+0,2 04 +0,2 - — — 0,5 +02
Bi <0,1 <0,1 — — — 0,03

* PegypTar moIydeH ¢ 06aBKoU 2 % 06. 3TIIOBOTO CIUPTA U ¢ IPUMEHEHIEM KOPPEeKTUPYIOIIIX J00ABOK.
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AHAJIUTUICCKUX CHUTHAJOB B IIPUCYTCTBUU I[OGaBOK
(Tabma. 4).

Kax Bugno us rabi. 4, no6aska 2 % 006. 3TUI0BO-
ro CIIMPTA 3HAYUTEILHO CHUMKAET IIpejeibl obHapy-
sEeHHA MbIbiaka (B 3,8 pasa), cenena (B 5,6 pasa) u
resutypa (B 5,2 pasza). OgHako 1S MBIITBAKA JAH-
HBIA 3¢ perT orazaIcs HeZOCTATOUEH IJIA IIOLyde-
HHA TOYHBIX PE3yJbTAaTOB IIPHU dHAJIN3e CILiaBa, Je-
THPOBAHHOTO KOOAMBTOM (TOYHBIM Pe3yabTarT OBLI
II0JIYYEH TOJBLKO IIPU UCIIOJIb30BAHUU KOPPEKTUPYIO-
med mo6aBkm Kobanpra). TouHBI pesynabrar ompe-
Jesenus cejeHa ObuUl [oJIydeH (Jaaromapsa KAk CHU-
JKEHHIO Tpejesia 00HAPYKEeHUs, TAK ¥ YMEHbBIIIEHUIO
MELIAINEeTro BJIUAHNUA JEeTHPYIHUX KOMIIOHEHTOB.

3araoYeHne

B xope skcniepumenTa ycranosneno, uro go6as-
JIEHUE CIOHUPTOB (STHJIOBOTO M H3OIPOIMIOBOTO) B
aHANM3NpPYyeMble PACTBOPBI IIPH OmpeaesieHun As,
Se u Te meromom WCII-MC upusopur  yBeinwmde-
uuio (kosturnment ycunenuns 6onee 2) ananurmde-
CKHUX CUTHAJIOB 9THX BJIEMEHTOB, YTO MOMKHO HUCIIOJTh-
30BATH TS OPENeIeHUA UX HUSKHUX COMEDIKAHMMN.

IIpu pobaBmenun 2 % 06. STHIOBOTO CIIMPTA
TaKKe MojaBisgercd o6pasoBaHWe MEITAIUX II0-
nuaroMHbIX HoHoB Crlé0Q180* u 5078080+, cur-
HAJIBI KOTOPBIX HAKIABIBAKTCA HA curHAN %2Se, 9To
MOKHO WCIIOJIb30BATh HPHU OINPENSICHUN ITPUMECH
ceJieHa B CIJIABAX, JETHPOBAHHBIX XPOMOM W THTA-
HOM.

IIpu amanuze HUEKEIEBOTO CIIIABA, JIETHUPOBAH-
HOTO Xpomom (6omee 20 % macc.), AJis ONpeneIeHus
MeHee 2 MEI/T celeHa Heo0XOAUMO HCIOJIb30BAThL
nobaeky stmimosoro compta (2 % 06.), a Takxke Kop-
PERTHPYIONYIO0 100aBKY XpoMa.

Baaromapaoctn

Pa6ora Brinonuena ¢ ucnonb3opanuem 060pyno-
panua [IKII «Kmumarwaeckue wenpiranwms» HUI]
«Rypuarosckuii uacruryr» — BHAM.

Ta6aunma 4. [penens: obHapy:KeHUI (MKT/KT) MBIIIBAKA, Ce-
JIeHA ¥ TeNIypa B NPUCYTCTBUM H06aBKu 2 % 06. 3TUIOBOTO
cuupra u 6e3 Hee

Table 4. The detection limits (pg/kg) of arsenic, selenium
and tellurium in the absence and presence of 2 vol. % ethyl
alcohol additive

Be3s no6asku C nobasroit

AmeMeHT T crmpra, ¢, Conin /Conin
As 0,0076 0,0020 3,8
Se 0,041 0,0073 5,6
Te 0,084 0,016 5,2

II puMevYaHue. SHaueHns IIpenenoB OIIpedeleHusd Iiepe-
CYHUTAHBbI HA KOHIIEHTPAIIUIO 3JIEMEeHTa B HNCXOJHOM 06pa311e
CILiaBa.
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NCCJAEJOBAHHUE BASKOYIIPYI'OI'O IIEPEXOJIA B s KAPOIIPOYHOM
IIOJINKPUCTAJI/THYECKOM CIIJIABE Bi#K171 CHCTEMBI Ni - Co - Cr

© Henuc OaeroBuua ®Ppososl*, [lanuna MuxaitimoBud JleBunl,
Cepreit Cepreesma Manoxun?, IOpuit Pomamorua Koao60s2

1 Tynbckumii rocygapersennstii yausepeurer, Poccus, 300012, r. Tyna, npocn. Jlenuna, g. 92; *e-mail: fdolegovich@yandex.ru
2 Wucruryt npobnem xrmuieckoi dpusuxu PAH, Pocenn, 142432, Mockosckas 061., 1. YepHoromosxa, mpoci. Axagemuka Ceme-
HOBA, 4. 1.

Cmamus nocmynuna 24 okmabpsa 2022 2. IHocmynuaa nocae dopabomru 2 nosbps 2022 e,
Ipunama k nybaurxayuu 12 dexabps 2022 2.

Kaponpounsie MaTepuaibl, UCTIOIb3YEMble, HATIPUMED, B AETAIAX ABUAIUOHHON TEXHUKH, IO~
BEpraTesa BO3AECUCTBUIO BBICOKUX TEMIIEPATYP U HATPEBAIOTCA MOJA BIUIHUEM IIEPEMEHHBIX
BHEIIHUX CUI. B Kakoii-T0 MOMEHT BpeMeH! MATEPHAIT, CHAYAIA UCTIBITABIIWHA MaIyio fedopMa-
LU0, TIepecTaeT OBITH IPOCTO YIPYTHM U IEPEeXOUT B BASKOYIPYToe cocTosuue. B HeM passusa-
€TCsT MUKPOTEKYUECTh, BIIOCAEACTBAN IPUBOIAILIAS K oI3ydecTr, B paboTe mpencTapieHsl pe-
3y/IBTATh HCCIACTOBAHUI MHUKPOTEKYUECTH B KAPOIPOYHOM IIOTHKPUCTAILIMIECCKOM CILIABE
Bi#K171 cucremsr Ni — Co — Cr. BricokoTemmepaTypHBIA (hOH BHYTPEHHETO TPEHUS UCCIEI0BAIN
MeTOJI0M MeXaHWIeCKO! CIIEKTPOCKOIIAY. ¥ CTAHOBJIEHO, UTO IIEPEX0 CIUIaBa U3 YIPYIoTo B BA3-
KOYIIPYTO€ COCTOSHUE MIPOTEKAET B IBe CTAIUU U COIIPOBOKIAESTCA MAKPOTEKYIECTBIO B PE3YIhb-
TaTe ABWKeHU qucnokanuil. Oupeenensl mepBas U BTOPas SHEPTHH aKTABAILIUHA BEICOKOTEMIIE-
paTypHOro (hpoHA BHYTPEHHETO TPEHWS I HUCCIeAYEeMOro cOoCTosHud MaTepuana. [Ipusemena
dopMya s pacueTa TeMIepatypsl mepexona. [loayuennsie pesyabTaThl MOTYT OBITH UCHIOTh-
30BaHBI TIPU UCCICIOBAHUY COCTOAHUH KAPOIIPOUHBIX, BEICOKOTEMIIEPATYPHBIX H CTPYKTYPUPO-
BAHHBIX MATEPUATIOB, & TAKKe AMOP(HBIX METAIIJIOB U CILTABOB.

KmodueBbie coBa: *KapOIPOUHEIH CILIAB; SHEPIUA aKTHUBAITIN, BHYTPEHHee TPEHUE; BHICOKO-
TeMIIepaTypHEIH (hoH; AeteKTHI CTPYKTYPHL; TOMOJOTHIECKAS TeMIIEPaTypa; MEKPOTCKYIECTh.

STUDY OF VISCOELASTIC TRANSITION IN HEAT-RESISTANT POLYCRYSTALLINE
ALLOY VZh171 OF THE Ni - Co - Cr SYSTEM
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Heat-resistant materials used, for example, in aircraft parts, are exposed to high temperatures and are
heated under the impact of variable external forces. At a certain point in time, the material that first expe-
rienced a small deformation ceases to be simply elastic and graduates into a viscoelastic state. Microyield
thus developed in the material, subsequently leads to the creep. We present the results of studying the
microyield in a heat-resistant polycrystalline alloy VZh171 of the Ni — Co — Cr system. A high-temperature
background of the internal friction was studied by mechanical spectroscopy. It is shown that the transition
of the alloy from an elastic to a viscoelastic state proceeds in two stages and is accompanied by microyield
resulted from the dislocation movement. The first and second activation energies of the high-temperature
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internal friction background are determined for the state of the material under consideration. An expres-
sion for calculating the transition temperature is derived. The results obtained can be used in the study of
the states of heat-resistant, high-temperature and structured materials, as well as amorphous metals and

alloys.

Keywords: heat-resistant alloy; superalloy; activation energy; internal friction; high-temperature back-
ground; structural defects; homological temperature; microyield.

Beenenne

Ilonurpucramingeckne Marepuatbl IPU HATPE-
BAHUHM U M[OCAEAYIIEM Ae()OPMUPOBAHUN IO
BIMSHUEM BHEIIHUX CHJI, MEHAIIIUXCA € 9aCTOTON
®, HAYKUHAA ¢ ® ~ 1/t (T — MAaKCBEIIOBCKOE BpeMs
peJakcanuy HAUPIKEHUU), TeMOHCTPHPYIOT CBOK-
CTBA, IOXOKHe HA I0BeJeHHe aMOP(HBIX Tel —
IPOSBIAIOT OJJHOBPEMEHHO CBOMCTBA BA3ZKOU KHUIKO-
cru u ynpyroro teepgoro tena [1 — 3]. Tak, sxapo-
upounsre ciasel (JKC) Ha ocmose Ni, npumense-
MbI€ B ABHAIMOHHOU U PAKETHO-KOCMHUYECKOU Tex-
HHKE, B IPOLIECCe UCIIBITAHNN U DKCILIyaTAIUH 10 -
BEPraroTca BO3JEHCTBUIO BEICOKUX Temueparyp 1 =
= (0,65 - 0,85)T,, (T, — Temueparypa ILIABIEHUA),
B Pe3yabrare 4ero pasorpeBarTCH U IIEPEeXOIAT U3
YILPYTOro B BA3ROYLpyroe cocrosuwe. [Ipu srom me-
xanmdeckue xapaxrepucruiu jKC mensrorcs, Ha-
6JIF0IAETCS OTKIIOHEHUE OT JIMHEHHO-YIIPYTOTO II0Be-
neHus TBeproro Tena. Kak ciepcreue, npyu KOHTAK-
T€ ¢ TOPAYMMHE TEILUIOHOCUTENAMHU (Ira30BbIMU II0TO-
KaMU, XUMUYECKH PearupyIOIIUMU CPEAAMU U Ap.) B
Marepuae 0 AeHCTBHEeM BHEIIHEr0 HATPY}KeHUS
pasBHBAKTCA HEJIWHEWHBIe YIPyTHe CBOMCTBA, a B
JANbHEHIIeM — MHUKPOILIACTHYecKas gedopmManus
U MUKpPOTERy4ecTb [4 — 7].

CoBpeveHHbIE [OJIMKDUCTAIIHYECKUE KapPO-
[IPOYHBIE MATEPHUANBl — MHOTOKOMIIOHEHTHEIE
CILIABBI, CBOMCTBA KOTOPBIX OLPENeIAI0TC XUMUIe-
ckuM, (ha30BBIM COCTABAMH K MHUEDPOCTPYKTYPOM.
Ecnu npu npoussoncree pedopmupyenmsix JKC u us-
IEeNui W3 HUX IUIACTHYEecKad aedopManus MOKeT
OBITh TEXHOJIOTUYECKH OIpaBxaHa (HampuMmep, st
npuganus TpedyeMbIx CBOMCTB UiId (DOPMBI), TO IIPH
pabore HIeMEeHTOB KOHCTPYKIIHI, BBIIOIHEOHHBIX U3
JKAPOIIPOYHOTO Marepuana, Iiacrudeckas aedop-
mManua u teM 6oiiee I0J3y4ecTs ¢ POCTOM TeMIlepa-
Typst Hegoycrumsl. [losromy yposens pabouux Ha-
LPAXKEHUH Oy, KaK IIPABUJIO, HE IIPEBOCXOMIMT IIpe-
aena Terydecru wMarepuana. OpHako paxe Ipu
CPABHUTEILHO HU3KHX 3HAYCHHAX HANPAKEHUU
(amsKe mpesiena TEKy9eCcTH Opy) M MAJBIX Y9aCTOTAX
romebanmin o < 2mc,/d = 10% ¢! (¢, — cropocrn
YIPYro# BOJIHBL, d — XapaKTepHLIA pasMep) B MaTe-
puaie MOTYT LPOABIATHCA HEYIPYIOCTh W BO3HU-
RaTh pejaKcanyoHHbIe ABjIeHus (8, 9].

Briapienne saBucuMoCTH MEKIY HAPOIIPOIHO-
CTBI0 U ypoBHeM (poua BHyTpeHHero tpenus (BT) B
Marepuase BO MHOTOM OIPEAENHIO HAIPABIEH-
HOCTH UCCJIEOBAHUY II0CIEAHETO KAK ABJICHUsH, 00y-

CJIOBJIEHHOTO KMHETHYECKHMU IIPOIECCAMHU, B YACT-
HOCTH, [BHIKEHHEM guciokarui u auddyysueit Ba-
rkaHcroronobubx medexros. Kpome Toro, manHbie o
BT cramu BamebIM HCTOYHHKOM WHGOPMAIHH O
CTPYKTYPEe U CBOMCTBAX METAJUIOB U IIO3BOJIUIHU LIPO-
THO3MPOBATDH HX IIOBEIEHHE IIPX BLICOKUX TEMIIepa-
Typax [10].

Takum o06pasom, wusydeHHe BABKOYILIPYTHUX
cBoiicts JKC MoKeT MPOBOAUTHCS HE TOIBKO HPAMBI-
MH METOAAMH, HO W JOIOJHATHCA KCCIENOBAHUEM
HEJIMHEWHOCTH YIIPYTHUX CBOMCTB MaTepuaia, a Tak-
swe BT gax mnpomecca HeoOpaTUMOro paccesHHA
SHEPIWH BHYTPH Tejd, BKIOYAS 3€PHOIPAHUTHOE
[IPOCKAJIL3bIBAHKE, B IIMPOKOM AMAIIA30HE TEMIIE-
paryp [7, 11].

Ormernm, 9To yupyro ged)OpMUPOBAHHEIE MOHO-
¥ IOJIHKPUCTAIUIBI HAXOAATCH B METACTAOMILHOM
cocrosHuu. HenwHeHHBIN Xapakrep IIOJed Harpd-
JKEHUU MOJKET IPUBOAUTH K ITOABIEHUI0 MUKPOILIA-
CTUYHOCTH ¥ MHUKPOTEKYYECTH, YTO CBI3AHO CO ClIa-
6011 acuMMeTpHeH oA Hanpsrenui [12].

Ilonukpucramivaeckne cluaBpl HA  OCHOBE
Ni- Cr - (X) (X — nerupyrormiue no6asgu) — mare-
puaspl, 061aMa0MKe OCTATOYHO BBICOKHUM COLIPO-
THUBJIEHHEM ILIACTHIECKON AehopManuu B yCIOBUAX
TEILIOBOT'0 KOHTAKTA ¢ ropadmMu cpepamu. 1loBbr-
ureHre paboduux XapakTepHCTHE CIIABOB JOCTHUTA-
eTCHA KaK 34 CYeT M3MEHEHI XUMUIECKOT0 COCTABA U
JIETUPOBAHUA, TAK U IIPUMEHEHUS HOBBIX TEXHOIO-
ruy cuHTe3a ¥ ynpodysenusd [13, 14].

Ilens paborer — mcciegoBanue ABIEHUA MUKPO-
rexygectu B JHKC BiK171 ma ocHoBe cucreMmbl
Ni-Co - Cr.

Marepuanni, METOHKA, 00OpPYAOBaHHAE

C pocrom TemiepaTypsl H3MEHEeHUs (PU3UKO-Me-
XAHWIECKUX CBOUCTB METAJLIOB U CIIABOB IIPOSBIIH-
forcs B (pore BT, uro csa3aHo ¢ HEIPEPHIBHLIM BO3-
pacraaueMm BT B MOHO- ¥ IIOJHEPHUCTAIINIECKUX
MATepHAaIax CO CTOPOHBL 36PHOIPAHUYHOTO [IHKA.

Baskoynpyrue cBoiicrBa TBEpHOTO Teia MOKHO
[PEACTABHUTEL B BHJE PEOJIOTHYEcKoM moznenu Max-
ceeita [15, 16], npeacrasasaomel coboi KoMOuHa-
w0 a6COJIOTHO YIIPYTOrO DIEMEHTA C OLPeeIao-
IIEM COOTHOIIEHWeM B Buje 3akoHa ['yka o, =
=2pu,; (B — Momynb cuBura, u. = 0,5(8pu, +
+ Oultp) — Tenzop nedopMaIuu) U BI3KOTO 3JIeMeH-
T4, OLKCHIBAEMOI0 TEH30POM HAIPIKEHUU HBIOTO-
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HOBCKOI'O THIIA G 5 = 21U () — IepBas BA3KOCTD,
Ugp = Uop — TEH30P CKOPOCTH nedopmarimm) [2].

Huas 9ucro cABUTOBBIX AeOpMAaIdi U 9acToT
® ~ 1/t HApsAKEeHNs, COTVIACHO STUM BBIPAKEHUIM,
JOJBKHBI OBITH OJHOTO IOPSAAKA BEJIWYHHBI, T.€.
nu/lt ~pu/l (I — xapakrepubIEi pasMep), TOTAA
n ~ pv. Ecnu BA3KOyHIpyrocrs B OCHOBHOM OIIpeze-
JISeTCH IPOLECCAMY PEIAKCALNH HALPIKEHUN, TO B
CILydae IIOCIe0BATEIBHOIO COENUHEHUA YIIPYTOTO U
BA3SKOTO 3JIEMEHTOB MOAEJIDb IIPDUBOAUT K YPDABHEHU-
M ABHKeHHA [3]

Gop + T 1045 =10l +0pihy,). 1

B cnyuae mmHamMmaeckoro marpy:keHus IepHO-
JUYECKH MEHSIOINECT CO BpeMeHeM HAIPAKeHUA U
neopmarnu MOTYT OBITH MPEACTABIECHBI B KOM-
IJIEKCHOM BHJIE C IIOMOILBE) MHOKUTENEH e (@ + @
e T na npomMesyToaHoro ciaydas (ot ~ 1) npuxo-
UM K UHTEPHOIAIHOHHOMY YPABHEHUIO

2e®

B _sanvyy 2
1+ifor A

Gaﬁ

OTKyZa B IpENeJbHOM Cioydae Jjf TBEpPABIX Tell
MOKHO ITOJLy9UTh BBIpAJKEHHE IS TAHTeHCA YIJa
oTeps U, cuegoparensHo, BT:

Ql=tgo = (wr) L (3)

Bsaskoynpyrocts MarepranoB Ipu IIOBBIIIEH-
HBIX TEMIIEpaTypax CBA3aHA C AEWCTBHEM TepMude-
CKHM akTmBUpyeMbIx nponeccoB. O6oznaumm sHEp-
U0 akTUBanmu sTux rnponeccos kak U, Torga B co-
orBercTBHH € (popMyold AppeHuyca BpeMs peJak-
CAUU MOKHO [IPEACTABUTH KAK

U
o(T) =1, exp| —~ (4)
0 p( kT ]
e k£ — nocrogHHas BoasnMasa.

ITogcrasus (4) B (3), momyunM BhIpa:KeHHE A
TEMIIEPATYPHON 3aBUCHMOCTH BHYTPEHHETO TPEHUSA

(T3BT):
B U
Sl ="—ex ——Oj, B
@ =— p( 5T (5)
rae B = 1/ty — NpensKCIOHEHITHATBHBIA MHOMH-
Telb.

Hecwvorps ma npocrory, peosorudeckas Mopenn
Makcsemna paer onncanne T3BT, Buonne coorser-
CTBYIOIIEE DKCIEPUMEHTAILHBIM AAHHBIM,

3ameTuM, 9TO B 6ojiee YCI0KHEHHBIX MAKPOCKO-
NUYECKUX U (PEHOMEHOIOTHIECKAX MOAEIAX (POPMU-
poBanms BricOKOTEMIIeparypuoro ¢goua BT, momu-
MO [UCIOKAIMOHHBIX, UCCIeNYIOTCH BAKAHCHOHHEIE,
nudpy3HOHHBIE W pPeNaKCOHHBIE MexaHusMbl [17,
18]. Ilpm »TOM TeMIepaTypHBIE 3aBHCHMOCTU

Puc. 1. Muxpocrpykrypa crnasa BAK171
Fig. 1. The microstructure of VZh171 alloy

Ql?l (T") pasmumaarrcd TOAbKO Kod(duImeHTaAMH U
MAaJIBIMH BBICIIIUX ITOPSJKOB, OTBETCTBEHHBIMH 34
MEXAaHU3Mbl W [AWHAMHKY JIBWKeHUA 1e()eKTOB
CTPYKTYPBI B TeJIe 3€PHA U 110 eT0 TPAHHUIIAM.

B o6mem ciayuae Bpicororemueparypubii hoH
BT mosker 6bITh C BBICOKOU CTEIEHBI0 TOYHOCTH
npencrasieH Kak gyurmua 1/7T:

U,
exp| ——— |,
Two™ kT

Q! ~ (6)

rie Uy = nU, — sHepreruyeckuil napaverp; A —
kos(pument, onpexenseMbl MexaHU3MOM (op-
MUPOBAHUA HEYIIPYTUX CBOHCTB; 12 — IIOKA3ATelNb,
paBHbIx aia 6onpiiuacTBa cruiasos 0,25,

Hcenenosanu xaponpodHbli  HOIUKPUCTAILIN-
geckuii coae BiK171 ma ocmose Ni, comepsxarmi
28 — 29 % macc. Co u 29 — 30 % macc. Cr. Cmias
CHUHTE3UPYeTCH KIACCHIECKUM JIUTEHHBIM CII0CO60M,
JornonHuTensHo Moxker geruposarsca Ti, W u Mo.
B cocrosunm mocraBku cruias 6nur B dropme amcra
rosmuaon 1,25 — 1,30 mm.  O6pasnsr  BeIpesanu
[pY I[IOMOINHM DHJIEKTPOSPO3UOHHOU PE3KH B BH[E
CTEPIKHEN.

MugpocrpyKTypy u3ydaid MeTO0M PacTpPOBOM
SIeKTPOHHOM MuKpockomuu (POM) ¢ ucmonnzosa-
HHEeM CKAHUDPYIOIIEr0 BJIEKTPOHHOTO MHKPOCKOIA
FEI Quanta 600 FEG upu ycropsaommx Hamps:-
swermax 20 u 30 kB ma ruy6une 100 — 200 mxm or
[IOBEPXHOCTH.

Ha puc. 1 upeacrapiena MUKPOCTPYKTYpa CILia-
BA B HCXOJHOM COCTOAHUN. BUAHO, 9TO MUKPOCTPYK-
Typa KpyLHO3epPHUCTAA (XapAKTePHBIA pasMep Kpu-
cramuToB — 85 — 90 MEM) C PEIKUMH BhIEICHUS-
MM MHTEpMeTaIuAHbIX yacTurl (Gaser Jlaseca).

BT usmepsnu 8 o6mactu v = 1 — 3 'y meromamu
MexaHudeckou coerrpockormu. (O6paserm BosOy:x-
naacsa g0 cobeTBeHHEBIX 4acToT KoJebanmi (=2 I'm).
EcrecrBennnm ofpasom saryxaromme xrosnebanws
00pasma HCCIeoBAIN B BAKYYMHOM PEeJIAKCATODE
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vy, 104

Puc. 2. Coerrp A3BT ucxogumoro cocrosuna cimasa BAK171
(t=25°C;v~22Tmv¥ =11-104y =4,0-109

yier

Fig. 2. ADIF spectrum of the initial state of VZh171 alloy
(t = 25°C; v~ 2.2 Hz; 79 = 1.1 x 104; () = 4.0 x 104

> ler

TonoBuna — ApxaHTrensCKOro ¢ HIEKTPOMATHUTHON
cucreMou 1epOPMUPOBAHKA KPYIEHHUEM K OLTHYE-
CKOH II0JLyaBTOMATHYECKOM CHCTEMOW pPEerncTpanuu
nedopmarym.

B ragecrBe xapakrepucTHR HEYLIPYTHX CBOKCTB
CILUIABA [IPUMEHSIN JOTrapu(pMUIeCKUN IeKPEeMEeHT
(8) xonebanmit m Bemmauny BT @' = §/r. Uenons-
30BAIA METO] CBOGOIHBIX KPYTHILHBIX KOJIeOaHMHA,
B KOTOPOM
B

5= ;
N Ay

(7)

rae Ay, Ay — amimurynsl HagansHOTo B N-10 KoJje-
6anwmit; N — awmcio xonebanuii o6pasna B 3aaHHOM
HHTEPBAJIE.

ITorpemnocrs
AQ1l~+1-107,

Casurosyo pedopmanmio mis ofpasma cede-
HueM @ X b oupenensnu w3 BAPUALMOHHBIX IIPHH-
OUIIOB MEXaHUWEKW TBEpAOIO Teja B HpI/I6J'II/I?KeHI/II/I
T'yka (@ X b~ 1,01 X 0,80 mm) merogom KamrTopo-
Buya [19]:

uamepenus BT  cocrasBuna

Y max z% 1-cosh™! %\/g 0, 8)

rae [ — pabouas mamaa obpasna (+47 mm); ¢ — ab-
COJIIOTHBIN yrou 3akpy4dusanus, pasasi A/2L (L —
anuHa onrudeckoro mytu (22580 mm), A = (A, +
+ Ay)/2 — cpegussa amruTyaa Kose6aHuit).

B pesynnrare onpenensiu aMIIUTYIHYO 3aBU-
cumoctb 8(y), T3BT @ T) u coberBeHHyI0 4acTOTy
ronebanuii ® = 2n7v.

O6cy:kaenne pesyabTaTOB

B mmporom cvbicie BT — «mouru» o6parumsie
¥ HeoOpaTuMbIe IIPOLECCH], IIPOTEKAIME B Mare-
puase npu ero gedopmanuu. Uccnenosanue BT xax

COBOKYITHOCTH OJUCCHUIIATHUBHBIX BHYTPEHHUX IIPO-
[ECCOB WJIM BSI3KOCTH TeJIA MPEHIIoiaraer uaMepe-
HUE aAMIITUTYZHOU 3aBHCHMOCTH BHYTPEHHETO Tpe-
mus (A3BT), xoropoe BEKIOYAET OIpeIeieHre aM-
IUINTYHO-HE3aBUCUMOU U 3aBHCHMOK ofiacreu
rosebanui.

Ha puc. 2 npexpcrasnen cuexrp A3BT ucxonmo-
ro cocrosaus cmasa BiK171. Ilpocnesxusarorcs
Tpu BEIpaKeHHbIe ofnacru: 1) HeGOIBLUION HOLBEM
Hawvu B camom magane geopmanmu, 06ycioBies-
HBIH aHTAPMOHHU3MOM KOJe0aHWU IUCIOKAIAHN, €T
MoxHO onpezenurs kak 0 <y <yY; 2) ropuzon-
TAIBHBIN yuacTok (coorBercrByer ¢rony BT), xapax-
TEPU3YEMBIHU 110 KpaAM KPUTHIECKUMU 3HAYEHUIMU
avmutyas 0 <y < y{; 3) Bospacraomuii (us-3a
OTPBIBA AHUCIOKALINM) YIACTOK B IIPABOM YACTH CIIEK-
TPa, COOTBETCTBYIOIIUIA YCIOBHI0 Y > <L

3amMeTnM, 9TO OTPBIBY U HOCIELYIOIEeMY [BHIKe-
HUI [UCIOKAIMY IIPeAlIecTByeT HIMPOKHW TOpH-
30HTAILHBIA YYaCTOK. JTO K €CTh AMILIUTYIHO-
He3aBUCUMAA 00JIaCTh, B KOTOPOU [JUCIOKAIUN «CH-
JAT» Ha MecTax ¥ Kouae6IoTcs.

Cxoxue ASBT mabmroganuch npy HpenusunoH-
HBIX U3MEPEeHUSX B CBEPXMEJIKO3ePHUCTOM Meau U
remneparypax xo 400 °C, a Taxxe na yncrom 6epui-
muu [20 — 22].

Hanee usmepenwe T3BT npoBommnu npu am-
winTyzax, He npesocxopammx (0,7 -0,8)yY, r.e. B
AMILIUTYZHO-HE3aBUCUMOU 00IACTH.

Kax usBecrHo, siBIeHUE MHUKDOTEKYIECTH HOCHUT
JIOKAJIbHDBIN XapaKTep U MOMeT IIPOABIIATHCA B MUK-
poobiacrax (B KagecTBe TAKUX 00JaCTEOH MOTYT BBI-
CTyHarh 3epHa) o BceMy 06beMmy 00pasiia BCIeCT-
BUE HEOXHOPOAHOU medopmanuu marepuana [23].
Muxporekygects HaunHaETCA C BOSHHKHOBEHUA Jie-
(heKTOB yIIAKOBKH, OTPHIBA U [BIIKEHHSA [UCIOKA-
oM B OTAENBHBIX 3epHAx. Jluciokaruu crocobHbI
ABUTATHCA W BBIXOJHUTDH HaA IIOBEPXHOCTL 3€PHA. I[.TIH
METAJUIMYECKUX MATEPHAIOB OKOHYAHHWE MUKPOTE-
Kydectu (PUECHPyeTCH HAYAIOM HETOMOTEHHOH Je-
dopmanmu Jlrogepca — YUepuora [24]. IlosTtomy ax-
THBANMOHHBIE Hapaverps: ciuiasa BiK171 onpene-
s 1o craauu Jlropepca — Yepraosa.

BT uccnegosanu B 3aBHCHMOCTH OT TEMIIEPATY-
PbI HATPEBAHWA HA MOATOTOBIEHHOM 06pasue. Kpu-
Bad 2 (cMm. puc. 3, @) IOKA3BIBAET U3MEHEHUE BEJIU-
gunsl BT, kpuBas 1 coorBeTcTByeT IAJEHUIO YACTO-
Tl Konebammii. Mapreps: kpusou 2 orobpamkaror
BHyTpPEHHHE U3MEeHEeHUs, [IPOTeKAIIUe B MATepua-
ne ¢ pocrom T.

B wuureprane 300 - 550 K dou BT pacrer sm-
HewHo (cM. puc. 3). ITO TOBOPUT 06 ympyroMm mome-
JeHuW Marepuana co CBOOOAHOU sHepruen F =
= Fy + oyttop/2. Ilpu 610 K cranosurca 3amerHo
Boamyiuenue P, cesizanHOe ¢ mepeopueHTanMen Iap
aromos BHegperus (C, O) B rpaHeneHTpUPOBAHHON
KyOM4YeCKON KPHUCTA/UTMIECKON PEeIeTKe CILIaBa.
IIpu panvnedimem yBenuuenwm temieparypsl BT
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Puc. 3. Coerrp T3BT (y = 1,5 - 104, Bakyym ~102 Mmm pT.cT., ckopocTs Harpesa AT/Af = 1,5 °C/mun) (I — uacrora xoueba-

HUH, 2
HbIe yIacTKn) (6)

BT) (@); dou BT B momynorapudmudeckux xoopaunarax (R2 — gosddunpent gerepmunaruu; I, IT — npamonunei-

Fig. 3. TDIF spectrum (y = 1.5 X 104, vacuum ~10-2 mm Hg, heating rate AT/A¢ = 1.5 °C/min) (I — oscillation frequency,

2
of determination; I, IT — straight-line segments) (b)

samertHo Bozpacraer. [Ipu srom nocie 650 K vabiro-
Jaercs HeJIMHEMHOCTh, 9YTO CBA3aHO C AeUCTBHEM Me-
XAHU3MOB BA3KOyLpyro# pedopmaruu. Moxuo 3a-
RJIFOYUTD, 9TO TAKOH xapakrep pocra ¢oua BT cau-
OETeILCTBYET O BBICOKOTEMIEPATYPHOU 0061acTu
[25]. B meit pasBuBaercs rucrepesucHoe (MM MUK-
porutacrugeckoe) BT mo npuumbe nepemernenHust
nederTos.

JxrcnepuMeHTanbHble s3Havenus goua BT sriro-
4aroT:

Q' M =Q; +Q (M +Q,", ©)

rie @ — HauanbHENT (HOH MaTepHaia, Onpesieise-
MBIA €r0 COCTABOM M MHUKPOCTPYKTYPOU, 0COGEHHO-
CTBIO CTPOEHUS MEK3EPEeHHBIX IpaHul (HaImIuem
[Op, CTYIIEHEK) U YPOBHEM MUKDPOHAIPSKEHUA B I10-
JIMKPUCTAIIIINYECKOU CTPYKTYPE; Q}; H(T) — ¢on BT
HEIOCPE[CTBEHHO MATEepPUANId, XAPAKTePU3yeMbIH
dopmynoit (6); @, — mHCTpyMeHTANBHAS COCTAB-
JIAOWA, c1a00 3aBUCAIIAA OT TEMIEPATYPhL U CBA-
3aHHASA C JUCCHIAIUEN SHEPTUU MEXaHUIECKUX KO-
se6aHui B IIOJBUKHBIX BIeMEHTAX YCTaAHOBKH [ 0510-
BUHA — APXaHTEILCKOTO.

Hcnonnsysn nomyuennsie panmbie (cm. puc. 3),
OIIPEAENHIN CyMMY WHCTPYMEHTAJIBHON COCTABISA-
omeld u nHadaarsHOoro ¢oma BT (Q};& + @yt =
=2,22-10).

ITpu o6paborre cuexrpa T3BT pacuernsii hou
Q' mydmie onpeneniaTh B BHAE HOJIMHOMUAILHOIO
pasnoxeHusa o mMaimomy mnapamerpy e = 1/T mocie
BBIOOPKH 3HAYEHWU (UCKII0OYAS MAKCHAMYMBbI WIIH
poamyimienus BT wa xpusoil), oCTaBIAA TOYKH,
xapakrepusymoiue GoH marepuaina (Bosmyiienne P

internal friction) (@), high temperature background of internal friction in semi-logarithmic coordinates (R2 — coefficient

BBIIEJIEHO M3 00IIed TeMIIepATYPHOU 3aBHCHMOCTH
(cm. puc. 3, a)):

Q' =ag+ae+ag?+azEd+ .., me e<1. (10)

Bricororemmneparypuas serss pora BT B rakom

cllydae MOMKET OBITh IIPE/ICTABICHA B HOBBIX KOOD/H-
HATAX ln(lelToa ny_ 1/T:

ln(Ql;cho”) =InA-Uy/kT (11

Ilocie nepenoca ofnaka To4ex HA HOBYIO KOOD-
JUHATHYIO ILUIOCKOCTH (CM. puc. 3, 6) moiydaem, 9To
KpuBas B IOJLYJOrapu()MUIeCKUX KOOPAMHATAX
HMeeT «IepesioM». BUHO, 4T0 TOYKM HA ydacrkax |
u I1 xopo11o yKIanbIBAIOTCS HA IIPAMBIX.

B nmepBom ciyuae (BricokoTemmeparypHas o06-
J'IaCTI:) AJISA TOYEK JIETKO BbIYHUCIWUTL YPABHEHUE JIK-
Huu TpeHaa B Gopme ¥y =ax + b, tne b =InA, u
HauTH, ucnonabayd (11), sHepruw axTuBanun U}(CD =
= 0,82 5B Bricokoremmneparypuoro ¢oua BT, yun-
TBIBAS, YTO 3HAYEHWE YTIOBOTO Kos(hpuiimeHTa co-
crasuser a = U073k ~ 9,51. 3anasas, xak Haubo-
Jee xapaxkrepHoe, n = 0,25, HaxoguM 5HEPTHIO AX-
THUBAIUH IIPOIECCa, OTBETCTBEHHOrO 3a (hopMupoBa-
HEe BA3SKOYILIPYTUX CBOKCTB BelecTBa B 00JIaCTH 1I0-
BBIIIEHHBIX TEMIIEPATYD, UéD = 3,28 »B.

Hns yaacrra Il (nepexoguas obnacrs, npeamre-
CTByWOIIAs BBICOKOTEMIIeparypaomy ¢ouy BT)
IIPEeAIIOO¥EUIN, YTO IIpAMAasg MOMKEeT OIIHUCBIBATHCA
ypaBHeHueM 110 popme, coBuazawiien ¢ (6). Oxua-
k0 koapunuentsr A u Uy 6ynyT oTiu9aThes.

B touke «nepemova» T, (Ha nepecedeHuu mps-
MOJIMHEUHBIX OTPE3KOB) IOJIy4aeM rpaHuily obmiac-
TH BBICOKOTEMITeparypHoro ¢oua, Koropas gopmu-
pyerca B pe3yJbTarTe ABJIEeHUS MHUKPOTEKy4eCTH B
MeETAJNININYEeCKUX CILIaBax. MaTepI/Ia.TI CTAHOBHUTCH HE
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TOJIBKO BI3KHM, B HEM IIPOABIISAETCA MUKPOILIACTHAY-
HOCTb, OOYCIOBJIEHHAS TOTOKOM AHCIOKarmii. Bes
HapyleHusa ciuiomuocty (3a cder anddy3HOHHBIX
MPOIIECCOR) U MIPU YCIOBUU U}D > U}(CH) nMeeM

U(I) U(H)
InA; -~ =InA, -—L—,
kT kT
U(I) _U(H)
T, ~—L 1 ~729K. (12)
kln—L
A

1I

Bropas sHeprusa axrmBanmm (poHa cocraBmia
U}(CH) = 0,45B. CoorsercrsenHo, U(()H) = 1,6 3B.
Wavenenne wuacrorer B orpecrmoctm T, Maio
((y/o)®? =~ 1) 1 HoTOMY MOMeT GBLITh OIIYIIEHO,

Taxroe pasnuuue aKTUBANMOHHBIX I1aPAMETPOB
MOJKET CBHUIETEILCTBOBATL O CMEHE MEXAHW3Ma B
touke T, . Il pyrumu cioBamu, eciy B 06J1aCTH Ipej-
LIECTBYIOIIEH TEMIIEPATyPe MHUKPOTEKYy4eCTH BCe
BHYTPEHHEee IBIIKEHIEe, CKOpee BCEro, CBA3AHO C MU-
rpanued BAKaHCHHA U BAKAHCHOIMOAOOHBIX 1ed)eKTOB
[26], a HenocpexcrBeHHO pu 1, MOXKET IIPOKCXO-
IUTH ABUIKEHVE AHWCIOKAUMU, TO, HaYwHAA ¢ 1, u
BBIIIE, M3-32 MEHSAIOIIENCH BA3KOCTH MATEPHAIA U
€r0 HEJIMHEWHBIX CBOWCTB IIPOUCXOAUT YACTUIHOE
3ePHOTPAHUYHOE CROJLXKeHue. Habmrogaemoe saB-
JIeHWe B CHJIy CBOEH JIoKajus3anuu B o6beme o6pas-
[a, [OXOKe, IPUBOANT K ABIIKEHUIO HE BCEX 3€PEH
[27]. Ilosromy «mepemom» upsmbix upu 1/T,. =
= 1,37 - 103 K" He cammmkom peskuil.

Hmerommecs paHHbIe ITO3BONAIT IIPEAJIOKUATD
TrOMOJIOTHYECKUH Kpurepuil I', onpenendiomui Ha-
9aJi0 Iepexoja MATepHAaia B BASKOYIIPYToe COCTOs-
uue (mogobuoe amopguomy). Ilpu remueparype T,
MAaTepual HAYWHAET ME[JIeHHO «Te4b» KAK JKHJ-
rocthb. B srom ciyaae g 3KC (0 < I' < 1) umeem

|U(D _U(H)|
z f—Af Trgl , (13)
kln—L
AH
rae T,, — TeMmneparypa ILIABIEHUSA, KOTOPAd, II0

BCEH BHIWMOCTH, JOJIKHA OLPEHENATHCH OIBITHBLIM
[y TeM.

B mexroroprix ciay4anx temmeparypa iaBieHUAs
MOKeT OBITh LpuHATA paBHOU T, OCHOBHOrO 3Jje-
menta. B wacrmocrm, ams cmasa BIK171 (TN =
= 1726 K) romosorudeckas TeMieparypa MHUKpOTe-
gyuectu I' = 0,422, Jlist MeTANIOB CHEAYET 10530~
Barbca 0600menabivu hopmynavu Jlungevana u
Maromenosa B kauecrse orneHgu [28].

C pocrom TeMmiepaTypbl AWCCUIIALUSA SHEPIUH
yCUIMBAETCH, TAK KAK B TeJle IIPOUCXOLAT Heobparu-
MBI€ IIPOLECCHI B PE3yJIbTaTe BHYTPEHHETO ABUIKE-
HUSL CTPYKTYPHBIX exmHwim. M3-3a TEIIoBOro pac-

mupenud 3eper BT Ha rpanunax nocinegHux pu
MEIK3ePEeHHOM [IPOCKAJIL3BIBAHNY BO3PACTAET.

Pesynprarer mccnegoBanmst morasanu, 4To ne-
dopmanms MaTepuana Py HOBBIMIEHHBIX TEMIIEPa-
typax (ocobenuo B oxpecrHoctu T,.) HPOUCXOAUT
C KOHEYHOU CKOpPOCTHI0. II0CKONBKY TBEpmoe Teso
B KQJEABIM MOMEHT BPEMEHHU He HAXOJUTCA B COCTO-
HUY PABHOBECHS, B HEM IPOTEKAIOT IIPOLIECCHL, CTPe-
MAIIKEeCT BEPHYTH €r0 B PABHOBECHOE COCTOSHUE
¢ HawWMeHbINel CcBOOOXHOU (YIPYrod) SHEPrHei.
BosuukHoBeHHME TAKMX BHYTPEHHHX IIPOLECCOB
(nBW;KEHVE BAKAHCHUU, [OABIEHHE YACTUIHBIX JIVIC-
JIOKALUY, PACIIeIUIeHre U [IePeIoI3aHue AUCIOKa-
nwmii 9epes 6apbephl Uiy IPAHUIBL 3€PEH) [IPUBOLUT
K HeoOpaTMMOCTH ABMIKEHUA B pesyabrare aedop-
mManuu, (PUKCUPYEeMOU B PACCeAHUN MEXaHUIeCKOU
sHeprum Koaebaumu obpasrna. Passurwio mporeccos
MOKeT CIroco6CTBOBATh HEIMHEHUHBIN XapaKkTep CBO-
00OLHOU YUPYTOM SHEPIWH MATEepPHUAA, OIKCHIBAE-
MBI MoxyiaMu Jlanpay [2, 23].

JarjaroYeHue

Takxum 06pasoM, BBIABIEHO, YTO XaPAKTEPUCTH-
KM JKapOIIPOYHOT0 MATEPUAIA HA OCHOBE CHCTEMBEI
Ni- Co-Cr (B wacrHOCTH, COIIPOTHBIICHUE II0JI3Y-
gecTr) OPMUPYIOTCH B 00JIACTH, [IPEIIECTBYOMON
pabounM TeMIieparypam SKCILIyaTalluu, 4 HMEHHO B
okpecruocru T,.. BepositHo, Temmneparypa Hadaia
[IPOLIeCCa II0JI3y9eCTH KOPPeIUpyeT ¢ TeMIIePATYPOU
mMurporerydecru. [Ipenioken kpurepuil o onpeze-
JIGHHIO TeMIteparypsl nepexoxa cimasa BiK171 us
YIPYroro B BA3KOyHpyroe cocrosume. FKcim panee
TEMIIEPATYPY MHUKPOTEKYYECTH OLIPeIeIIsiaiu UCKILI-
quTenbHO rpadudeckum meroxom [26, 29], To ¢ wuc-
[I0JIb30BAHUEM BBIBEJEHHOTO KPUTEPHS LPOLERypPY
MOJKHO YIIPOCTUTH M IPOBOAUTH AHAIUTHIECKH.
YCTaHOBIEHO TAKIKE, YTO SHEPrusi AKTUBAIUN U(()D
[IPOLIECCOB, OTBETCTBEHHLIX 33 (POPMUPOBAHUE B3-
KOYIPYTHUX CBOMCTB, COIJIACYETCH C DHEPIHEU AKTH-
Banuu camogugppysun B mHurene (Uy; = 2,92 9B)
[30 — 32]. Bugmmo, B orxpecraocru T, npu pedop-
MALMY CILIABA AUCIOKAIMY HAYUHAIOT «MEIJIEHHO»
[IePeIIoN3aTh M3 OFHOIO IIOJIOKEHWS B ApPyroe 3a
cueT nuy3sHOHHOTO MPUTOKA U OTBOAA OT HUX Ba-
kaucui (quciaoranum loknm).

IIpuBenennssi croco6 06paGoTKU PE3yIBTATOB
MOKET OBITH UCIIOIB30BAH B KA4YECTBE OCHOBBI HKC-
[IPeCcCc-MeToAa AUATHOCTHURU JKAPOIPOYHEBIX CBOKCTB
marepuanioB [33]. Bmecre ¢ Tem obiacrs npumeHu-
MOCTH KPHUTEPHSI MOKET BBIXOIUTDH 34 PAMKH BBICO-
KOTEMIIePATYPHBIX MATEPHUANOB (IAHHBIM CIOCOGOM
MOJKHO OIIPEAeJATh, HAIIPUME], TeMIIePATYPY CTeK-
JIOBAHUS B AMOP(PHBIX METAIUINIECKUX CTEKIAX).

BaarogapaocTR

AsTopsI BeIpaKaOT 6aarogapHocth npodeccopy
T". B. MapkoBotii 32 I10J1€3HYI0 JUCKYCCHIO.
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NCCJIEJJOBAHUE IIOBEPXHOCTHBIX ABJIEHUM
B 9JIERTPOJINTAX HUREJINPOBAHUA
C UCIIOJIb3SOBAHHUEM TEH3SHOMETPA K-100

© Pozamua Kaouporua CanaxoBa*, Aunpeii Bopucoma Tuxoo6paszos,
Tareana Bopucosna CmupHoBa
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B coBpeMeHHOI TaTbBAHOTEXHAKE HCIIONIB3YIOTC 9ICKTPOIUTEL, KaK IIPABUIO, €O CIEIUATLHEI-
MU 106aBKAMU B BUJE TIOBEPXHOCTHO-aKTUBHEIX BellecTe (IIAB). OcobeHHO 5T0 aKTYAIBHO A
ANEKTPONIUTOR HUKCIUPOBAHUS, OCAKICHIE TOKPLITHH B KOTOPBIX YACTO COIPOBOKIACTCT IIHT-
THHT000PA30BaHNEM, TIOPHCTOCTHI0 U HEBLICOKOH IIPOYHOCTRIO CIETITICHUA ¢ OCHOBOH. B patore
TIPENCTABICHBI PE3YILTATLI HCCIETOBAHN ITOBEPXHOCTHLIX ABICHUH B DJICKTPOIUTAX HAKETIH-
POBaHUS ¢ TOMOIIBIO TIpolieccoproro Tersuomerpa K-100 KRUSS. Metogoum mractuust Bunbre-
JIEMU OTIPEIEIAIN BeIMIHHY IT0BEPXHOCTHOTO HATS/REHUS CTAHIAPTHOTO DJIEKTPOINTA ¥ 0TTea U
AIEKTPONUTOR HuKerupoBanusa ¢ IIAB — 6reckoobpasyiometi (caxaput) U aHTUITATTHHTOBOI
(RADO-11) no6aBramu. [loBepxHOCTHBIE ABJICHNUS HA TPAHUIE PA3ea SIeKTPOIUT — TBEPIOE
Tesno (cTATLHOH obpasell) aHamTuaupoBanu ¢ ucnonn3osanueM Moxenu OWRK. Ha ocrose kpae-
BOTO YIVIA CMauWBaHUA 06paslia B TECTOBBIX SKAAKOCTAX (IHCTWIIUPOBAHHASI BOJA, H-TCKCAH)
OLICHUBATHI CBOOOIHYIO SHEPTHIO IOBEPXHOCTH TBEPIOTO TeJIa. ¥ CTAHOBICHO, UTO AHTUITATTHH-
roas nobaBka RADO-11 sdyderTiBHEE caxapruHa IIOBBIIIACT CMAUUBACMOCTD CTATLHEIX 00pas-
LIOB U IIPOYHOCTD CICIUIEHUS Ha TPAHUIIE 3IeKTPOIUT — TBeproe Tero. [lomyuennnie pesynbra-
THI MOTYT OBITH UCIIONB30BAHLI IIPH HUKESTUPOBAHNUHN IITACTMACC U TTOMUMEPHEBIX KOMIIOSHITMOH-
HBIX MaTepPHATIOB.

Kmouessie caosa: TerszuoveTp K-100; 51eKTPOIUT HAKETHPOBAHNS; IOBEPXHOCTHOE HATSIKE-
HIe; KPAeBOH YIoJl CMAYUBAHUS; CBOOOIHAA SHEPTUS TOBEPXHOCTH.

STUDY OF SURFACE PHENOMENA IN NICKEL-PLATED ELECTROLYTES
USING A K-100 TENSIOMETER

© Rosalia K. Salakhova*, Andrey B. Tikhoobrazov, Tatiana B. Smirnova

Ulyanovsk Scientific and Technological Center of the All-Russian Institute of Aviation Materials — National Research Center
“Kurchatov Institute” (STTC VIAM — NRC “Kurchatov Institute”), PO Box 3104, Ulyanovsk, 432010, Russia;
*e-mail: lab2viam@mail.ru

Received August 15, 2022. Revised October 7, 2022. Accepted November 16, 2022.

Modern electroplating usually suggests using electrolytes with special additives in the form of surface-ac-
tive substances (surfactants). This is especially important for nickel plating electrolytes because of pitting,
porosity, and low adhesion strength often accompanying the deposition of coatings is those electrolytes. We
present the results of studying surface phenomena in nickel plating electrolytes using a K-100 KRUSS
processor tensiometer. The Wilhelmy plate method was used to determine the surface tension of the stan-
dard Watts electrolyte and nickel-plating electrolytes added with surfactants, i.e., brightening (saccharin)
and anti-pitting (RADO-11) additives. Surface phenomena at the electrolyte-solid interface have been ana-
lyzed using the OWRK model. The free energy of the solid surface (steel sample) has been estimated using
the contact angle of the sample in test liquids (distilled water, n-hexane). It is shown that the anti-pitting
additive RADO-11 is more effective compared to saccharin in increasing the wettability of steel samples
and the adhesion strength at the electrolyte-solid interface. The results obtained can be used for nickel
plating of plastics and polymer composite materials.

Keywords: tensiometer K-100; nickel-plating electrolyte; surface tension; contact angle; free energy of
the surface.
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Beenenne

Ilepexon ¥k HOBBIM BHIAM ABUAINMOHHBLIX MAaTe-
puanaoB TpeGyeT CUCTEMHBIX HCCIeIOBAHUMA WX TOH-
KOU CTPYKTYPBI, MOP(OIOTHH ITOBEPXHOCTH U MEK-
a3HBIX TPAHWUII, 4 TAKKE MEXAHU3MOB IIOBEPXHOCT-
HbIX ABieHul [1, 2]. AHanus 3aKOHOMEPHOCTEH IPo-
TEKAHUS ITOBEPXHOCTHBIX SBJIEHHH B PA3IHIHBIX
JUCIIEPCHBIX CHCTEMAX II03BOJHUT HauTu >S¢dex-
TUBHBIE CHOCOOBI YIIPABICHUA CIOKHBIMUA TEXHOJO-
rugecknMu mporeccamu. OTMeTnM, 9To ¢ IOBEPXHO-
CTHBIMHU CBOHCTBAMH BEIECTB CBI3aHBI TAKWE IIPO-
mecchl, KaK cMaduWBaHuWe, agcopbuwsa, wcrapexue,
cybnmmarus, KougeHcanus, nudpdysus u ap. [3, 4].
Hcenenosanus B 06acTu cMAYUBAHUA U KAITAILISAP-
HBIX ABJIEHWN HMEKT IIUPOKHU CIEKTD NPaKTH-
YEeCKUX IIPHJIOKEHHUMU, IMOCKOJbKY MHOTHE TEXHOJIO-
TUYeCKHUe MPOLECChl CBA3AHBI C PACTEKAHUEM JKKJ-
KOCTH I10 TBEP0H 1oBepxHocTH [5 — 9].

B mnacrosimmee Bpemsa cymecrByer MHOMKECTBO
npuboOpPoOB M METOAWK HCCIEXOBAHUSA [IOBEPXHOCT-
HbIx apieHuil. Tax, na oupeneseHus HOBEPXHOCT-
HOTO HATHKEHHUA KUAKOCTEH YACTO HCIIOIL3YIOT Me-
TOZBI MAKCUMAJILHOTO AABIGHU IIy3bIPHKOB U CUeTa
kanenn [10, 11]. K ux HemocraTkaMm MOKHO OTHECTH
HeOOX0qMMOCTh BBEJEHWA IONPABOYHBIX KO3(u-
LHWEHTOB BBUIY HCHIAPEHUH JKUIKOCTH C IIOBEPX-
HOCTH Kaleib IPH KX JIUTEILHOM 00pasoBaHwuy,
T.©. OHH XaPaAKTEPUIYIOTCH HEBBICOKOU TOYHOCTDIO.

SaMeTHM, YTO IPUHATHIE METOJUKU COBEPILIEH-
CTBYIOTCH B OCHOBHOM 38 CYET KOMIIBIOTEDHOMU ofpa-
60TKY SKCIEPUMEHTAIBHBIX JAHHBIX U MATEeMATHIE-
CKOT0 MOJENIMPOBAHUA (PUBHUKO-XMMUIECKUX OCHOB
[IOBEPXHOCTHEIX SBJIEHUH C HCIIOIb30BAHUEM COBpE-
MEHHOT'0 BBICOKOTOYHOTO o6opynoBanus [12, 13].

OJIeKTPOJINTLI HUKEIUpoBaHud Haumboiiee BoOC-
TpeboBannl B ranmbBaHorexumke [14 — 16]. Mssecr-
HO, YTO OHH OY€Hb YYBCTBUTEIBHBI K [OCTOPOHHUM
npuMecaM, a K mpofiemMam caMoro HUKEIEBOTO II0-
KPBITUS MOJKHO OTHECTH 06pa30BaHUE IIUTTHHIOB,
BO3HHUKHOBEHHE KOTOPBIX CBA3AHO C 3a4EPIKKOU BO-
OOPOJHEIX IIy3BIPHKOB HA IIOBEPXHOCTH OCAKIAEMO-
ro uukeind. [us yerpanenus nogobubix ned)eKToB B
SJIEKTPOJIUTEI HUKEIWPOBAHUA A06ABIAIT IIOBEPX-
HocTHO-akTuBHEIE Bewtecrsa (ITAB) pasnuanoro na-
sHagenud [17-19]. Tak, sanpumep, agTUOHT-
THHTOBBIE T06ABKH CIOCOGCTBYIOT IOBBIIIIEHUIO CMA-
YMBAEMOCTH IIOKPLIBAEMON IIOBEPXHOCTHA U TAKHUM
06pasoM MpemoTBPAIAT IMOABIEHHE Ae()eKTOB.
B ciyuae moxoro cmauuBaHuA Iy3bIPHKH BOZOPO-
Ia, BBIAEJAIONIEr0oCs HA KATOAE COBMECTHO C HUKE-
JIeM, 3a/IePIKUBAIOTCH HA IIOKPHIBAEMON II0BEDX-
HOCTH ¥ IIPEIATCTBYIOT OCAKICHUI0 MeTaIa ¢ o6pa-
30BAHMEM YEPHBIX TOYEYHBIX SIMOK — IIMTTHHIOB.
Birecroobpasyromniue u BpIpaBHHBaAMOIMe 100aBKH,
KOTOpbIE TAK)KE HCIOIb3YIOT B BIIEKTPOIUTAX HU-
KeJUPOBAHUA, HE TOIHKO MEHHIOT BHELIHWHA BUJ
[IOKPBITHH, HO U IIOBBIMIAIOT KX MHKPOTBEPLOCTD U

npegen npounoctr. OgHAKO HIPU 5TOM HEOOXOZUMO
OITUMU3UPOBATh KOHIEHTPAIMI BBOAUMbIX [TAB,
TAK KaK MHOTHE J00ABKU B 3aBHCHMOCTH OT KOHIIEH-
TpAUMHU CIHOCOGHBI MEHATH BEJIWYWHY W Xapakrep
(3HAK) BOBHHUKAKIIUX B IIOKPBLITUAX BHYTPEHHUX HAa-
npsxenud [20, 21].

Ilens paborsr — ucciexoBaHue IOBEPXHOCTHOTO
narsrenus ([TH) saekrpoanToB HUKeIHPOBAHUSA C
nobaskavu I[IAB m Biauanms ITAB ma nomspHoCTh
SJIEKTPOJINTOB, 4 TAKKE afcopOrumoHHo-pusnIecKne
¥ SHEPreTHYecKue XapaKTePUCTUKU CMAYUBAEMOTO
TBEPOTO TEeJA.

Marepuanni, METOHNKA, 000pPYAOBAHHAE

HcenepoBanu cieyoiiye 3JIeKTPOIUTHl HUKE-
JIMPOBAHMS; CTAHAAPTHBIA DIEKTPOJIUT YOTTCca
(I'OCT 9.305-84, cocrag 1); smexrpoaur yorrea ¢
n00aBKOM caxXapwWHA; SJIEKTPOIUT YorTca ¢ mobas-
rou Chemeta RADO-11. Ilo cBoemy (pyHEIMOHATE-
HOMY HA3HAYEHWIO CAXAPUH OTHOCHUTCH K 0JIeCK006-
pasytorum [TAB [18], a Chemeta RADO-11 — x aun-
TUIATTAHTOBBIM cMauuBaommm pobasrav., Puszu-
KO-XMMUYECKHe CBOMCTBA CTAHAPTHOTO 3JIEKTPOJIU-
ta Yorrca npu 25 u 50 °C coorBercrsento [15, 22]:
miorHocts (r/em®) — 1,143 u 1,137; punamudeckas
BsasrocTh (Mlla - ¢) — 148 u 115; ynenbpHAS 5I€KTPO-
nposoxHOoCcTh (Cv/M) — 4,5 u 8.

Jnsi wm3ydeHus [OBEPXHOCTHBIX HBJIEHUU HA
rpaHulle paszesa SIeKTPOJIUT — TBEPAOe TEeJo HC-
nonb3oanu obpasen uz cramu 30XI'CA pasmepom
25 X 15 X 3 MM, HPOIIeAIIHE OLEePALIHI0 00e3KuPH-
Bauuda B Gensmuue tuna «Hedpacr». Ilepen ramuppiv
HM3MEpPEeHUEeM CTAJIBHOU 06paser] IpOMbIBAIU B JIHC-
TUJUIMPOBAHHOM BOJE, 3aT€M B STHJIOBOM CIUPTE H
CYIIIWIIH HA BO3JYXe 0 IIOJHOTO BBICHIXAHUSA,

TloBepxHOCTHBIE CBOMCTBA JKHIKHAX M TBEPIBLIX
TeJ WCCIAEAOBAIM € OMOIIBI0 IIPOLECCOPHOTO TEH-
suomerpa K-100 KRUSS.

ITH snexrponuToB HHUKenMupoBaHus 6e3 106aBOK
u ¢ nobasramu [TAB onpemensnm MeTomoM ILacTu-
ubl Bunsremsmu (SFT Plate) ¢ mcmonpsosamuem
nporpammuoro obecnedenuss LabDesk 3.2, Cran-
AapTHAs IacThHA BUibreibMu — IUIATHHUPOBAH-
HBIH 06paser; 3BECTHOTO pa3Mepa, MOJIHOCTHI) CMa-
YUBAEMBIA JKUAKOCTBID 3@ CYET BBICOKOM IIOBEPX-
HOCTHOU SHEPTHY IUIATHHEI (KPAEBOH yroi CMaYUBa-
musa (KYC) — 0°). Ilpu morpy:xeHun ILUIACTHHBI B
sugrocts IIH  27eKTPONHMTOB pacCcUUTHIBAIN 110
MAKCUMAJILHOM HATPY3Ke HA BECOBYIO CHCTEMY IIpU-
6opa, npu 3TOM HU3MEpSIIN JJIHHY CMAYUBAEMOM 110~
BEPXHOCTH. ¥ CJIOBUS IIPOBEEHUS UCIBITAHUNA METO-
oM SFT Plate: ckopocrs norpysseHus mIacTUHBL —
10 mm/muH; riy6uHA DOTPYEKEHUA — 2 MM; MAKCH-
ManbHOE Bpemsa uaMmepenmsa — 60 c¢; cranpapraOe
orrionenue — ue Gomee 0,1 mH/m.

Ilonsapuyro (KHCIOTHO-OCHOBHYIO) M AHCIEPCH-
ouHy0 cocrasisioniue [IH snexrponuroB Hukeu-
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Fig. 1. Time dependence of the surface tension of nickel-plating electrolytes with surfactant additives

pOBAHMA ONPENENANH C IIOMOIIBI) [IPOrPAMMEL
Advance (meron Liquid polarity). Pacuer ocuo-
BBIBAJICA HA Mojenu, corjiacHo koropou KYC —
pe3yabTaT B3aWMOJEUCTBUA IOJAAPHOM U JHCIEpC-
HOU KOMIIOHEHT KUIKOCTH M TBEPAOTro Tena. B mpo-
rpaMMe HCIOIb30BAIM JAHHBIE 0 KOHTAKTHOM yIJe
JEMIKOCTH C YHCTO AWCIIEPCHBIM TBEPABIM TEJIOM C
HM3BECTHOU CBOGOZHOM IIOBEPXHOCTHOH DHEPrueu
(COII) u panubie o ITH munkocrn. B xauecrse nuc-
[IEPCHOTO TBEPJOTO MATEPHAA HCIOIb30BAIH Ted-
soHOBBIHA npoBox (mmamerp — 0,54 mv, CIII gucro-
ro teprona (PTFE) — 18,0 mIx/v? (3HaveHue us
6aser ganubix nporpammer Advance KRUSS)). Tu-
namuaecknit KYC rtedurona ompepessiiz MeTOnOM
OJIMHOYHOTO BOJIOKHA, IIOTPYIKAA Te(PIOHOBLIA IIPO-
BO/J[ B BJIEKTPOIUT ¢ uzBecTHbIM [TH.

K¥YC cransroro o6pasiia B TeCTOBBIX JKUIKOCTAX
¥ SJIEKTPOIMTAX HUKEIUPOBAHUA H3MEPSIH [UHA-
MHYECKUM METOIOM IuiacThHbl Bunsrensmu. Hc-
[I0JIB3YSI BMECTO CTAHAAPTHON ILUIACTHHEI Bribress-
MU HCCHIeyeMbIA 00paser ¢ HOTPY}KeHHeM B JKHJ-
rocth ¢ u3BecTHEIM IIH w paccuuras pnuny nusun
cvagmnsanud L, moxuo onpenennts KYC mob6oro 06-
pasia npsaMOYroabHOU (DOpMBL. Y CIOBHSA H3MeEpe-
uuii KYC cranmpuOoro 06pasma: CKOpOCTh IOTPYy:Ke-
uus (cropocrs BosBpara) — 10 mm/mMuH; riy6una
norpy:xenus — 5 mm; L — 36 mu.

C3II cranbaOro 06pasna u3Mepsaaiu ¢ IPUMEHe-
muem mogeau OWRK, o koropoit CIII cocrout us
JVCIIEPCHOHHON M II0JApHOU 4acred. Ilpuuem mep-
BafA OTBEYAEeT 3a ciuabble MEKMOIEKYIAPHBIE U MEJK-

Ta6auma 1. Cocrasnaomue ITH smexrponuTos
Table 1. Components of the surface tension of electrolytes

aTOMHBIE B3aMMOJEHUCTBHA, BTOpAA — 34 CHJIbHBIE
B3aUMO/[EUCTBUA U BOJOPOAHLIE cBA3u [23].

Pa6ory agresuu W, 551eRTpoIuTOB HUKEIHPOBA-
HHS K CTAJIBHOMY 00pasily pacCYUTBLIBAIIM TI0 SKCIIe-
puMmeHTanbHbIM 3HaYeHusaM [TH snerrponuros of u
K¥YC (8) o6pasna o ypasuenwuto /Jromnpe — IOnra:

Wy = 0,(1 + cos0).

O6cy:kaeHne pPe3yasLTATOB

Ha pwmc. 1 npexpcraBieHsl pesyibTarhl OLpe-
pgenenuii IIH  51eKTpPONUTOB HUKEIWPOBAHUA C
pobaskamu IIAB (kommenrTpanmm caxapuHa u
RADO-11 1,5r/m u 1M/ COOTBETCTBEHHO).
Hsmepenus npoBoguiau MeTOAOM IIJIACTHUHBI BHib-
ressmu npu remueparype 50 °C (pabouas Temuepa-
Typa HUKEIUPOBAHUA B HIIEKTPOIUTE ¥OTTCA —
45 - 60 °C). Ormerum, uro Benwauna [TH crangapr-
HOTO 5JIEKTPOJINTA HUKenIupopanus 6e3 mo6aBox co-
crasmina 48,2 mH/m.

Bunmo, uro B ciygae 61eckoobpasyroreii go6as-
ku caxapuna [IH ymenspmiaerca 6wicTpee, yeMm mpu
RADO-11.

B rabn. 1 upuBenensr pucnepcroHHAs W II0-
aapuaa cocrasiapomue [1H snexrponuros, Heob-
xopumbie A oreaku CIIl TBepmoro Tenma mo me-
rony OWRK. Pacuer cocrasismonux 6asupopaics
una paaabix KYC redronoBoro mpoBoja B sIeKTpo-
JIATAX,

Ananns COOTHOLIEHHUN OJIAPHOU U AUCIIEPCUOH-
HO¥M cocrapisomux [TH crangaprHOro snexrposiu-

KYC redmon -

Cocrasmaoman, MH/m

OMEeKTPOMUT HAKETUPOBAHHS oy, MH/M

SJIEETPOIRAT, TPall. Jucnepcronnan o? Ioxapran ¥
CrangapTHbIi 108,85 = 3,36 48,16 14,76 = 2,42 33,40 = 2,42
CraHgapTHBIHA ¢ CAXaPHUHOM 83,13 = 7,6 35,3 21,7+ 5,11 13,6 + 5,11
Craupapraeii ¢ RADO-11 51,09 = 5,97 38,67 38,67 0
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Tabmamma 2. CIII obpasma us cranu 30XT'CA
Table 2. Free energy of a steel 30KhGSA sample surface

KYC, rpan.

I[ UCTUATUPOBAHHAA BOAA

n-I'excan (HATEKAIIIUN/OTTEKAOIITN)

C3II, mH/m

90,76 + 4,09 22,45 = 0,75/25,15 = 0,5

23,561 = 1,77 (nucnepcuas vacts — 17,87 + 0,09,
oJIApHAas yacTs — 5,65 + 1,68)

Tabmauma 3. Axnresms obpasua us cranu 30XI'CA B Hukemne-
BBIX 3JIEKTPOIUTAX

Table 3. Adhesion of a steel 30KhGSA sample in nickel
electrolytes

OMEKTPONIUT HAKETUPOBAHAL KYC, rpan.  Anresmsa, mH/m
CrangapTHbIi 82,37 = 4,16 54,56
CrangaprHeii ¢ caxapuaom 55,79 = 2,68 55,14
Cranpaprasii ¢ RADO-11 46,22 + 1,54 65,43

Ta MOKA3bIBAET, YTO SJIEKTPOIUT ¥ 0TTCA — IIOJISAp-
HafA KUAKOCTH (momapHocTsh — 69 %). Jlobasienue
CaxapuHA YMEHbIIAET HOJIAPHYIO COCTABIAIILYIO, 4
aprunurTuHaTroBasd mobaska RADO-11 npespamaer
3JIEKTPOJIAT HUKEIUPOBAHUS B IIOJHOCTBHIO HEIO-
JIAPHYIO JUCIEPCHOHHYIO KUAKOCTE. MOKHO 3aKII0-
9HUTh, 9YTO B diekTpoauTax ¢ ITAB o6pasmsl ¢ rugpo-
dobubIMHU cBOMicTBaME OGYyAyT CMAYMBATHCH 3HAYHU-
TEAbHO JIydllle, 4eM B CTAHAAPTHOM 3JIEKTPOJIUTE
6e3 mobapok. IpyruMu cioBaMu, HOATOTOBKY IIO-
BEPXHOCTH OOpAa3IOB Iiepe] HUKEIUPOBAHUEM B
SIIEKTPONHUTAX, copepxamux caxapua u RADO-11,
MOKHO YIIPOCTHUTH. B cily1ae HUKeIUPOBAHUS I10JIH-
MEPHBIX KOMIIO3UIIMOHHBIX MATEPUAJIOB M ILIACT-
MAacC — JUCIEPCHBIX TBEPABIX TeJl — Ienecoobpas-
HO HCII0JIb30BATh HEIIOJIAPHBINA 3IEKTPOJNAT HAKEIU-
posamus ¢ RADO-11.

Pesynprarer onpepenenuns CIII cramsuOrO 06-
pasua 1o suHadenuaM KYC B TeCTOBBIX EKHIKOCTAX
npexcrasiensl B Tabm. 2. Mcnons3oBamu OnuH U3
Haubosaee JOCTYIHBIX MeTonoB oupeaenenus COII
TBEPAOTO Tejla — II0 CMadYuBaemMocTu [24].

OrMeruM, 9TO OTAMYUE MEMKAY ABYMH YIJIAMH
(HATEKAINUM W OTTERKAMMAM) MOMXHO MCIOIb30-
BATH [JIS OIEHKH IIePOXOBATOCTH IIOBEPXHOCTH Me-
rajgnuaeckux o6pasmos. [Ipu sTom yem Gonbine pas-
HHIa, TeM 6oJbIe BeIUIUHA IrepoxoBaToctu. Pocr
[IEPOXOBATOCTHU IIPUBOIUT K YBEJIUYESHUIO ILIOIA1U
[IOBEPXHOCTH paszaesna (a3 10 CPABHEHUIO C IIIA{KOU
oBepxHOCTEI0. € IIePOX0BATOCTBHIO IIOBEPXHOCTH
TBEPABIX TeJ CBA3AH 3(peKT rucrepesnca CMAINBA-
HHA (OTKJIOHEHHE H3MEPAEMBIX CTATHIECKHX Kpae-
BBIX YIJIOB OT PABHOBECHBIX 3HadeHuu) [25 — 27].

Mexanudeckas 06paboTKa MMOBEPXHOCTH ITPAK-
THYeCKHY He Biauser Ha usmenenue COIl maTepuana,
KOTOpas 3aBHUCUT UCKIIOYHUTEIBHO OT IPUPOABI Me-
ranna. Komebaums COIl mesHAuMTEIHHBI U CBI3a-

HBI B OCHOBHOM C HEOIHOPOZHOCTBIO IIOBEPXHOCTH
[28, 29].

IIo cooTHOMIEHMIO IOIAPHON K JUCIIEPCHON Yac-
rert COIl crampHOro 06pasma MOKHO IIPOTHO3H-
pPOBATH CMAYHMBAEMOCTh ITOBEPXHOCTH B IIOJISIPHBIX
¥ HEIOJAPHBIX (AUCHEePCHOHHBIX) sruarocrax. Co-
IVIACHO IBYXKOMIIOHEHTHOU MOJENIH, CMAYMBAHUE U
ajresus MAKCUMAJIBHBI, €CJIA COTJIACYIOTCA HE TOJb-
ko CIII tBepmoro tena u ITH smuarocTH, HO U COOT-
BETCTBYIOIIHE TOJSPHBIE W IUCIIEPCHBIE 0K Be-
mects [24].

CmavuBanue TBEPAOIO TEIA B JKUAKOCTH HEBO3-
MOKHO §€3 afre3rOHHOTO B3AWMONEHUCTBUA JKHIKO-
CTH K DTOMY TeJLy, T.€. aATe3us U CMadnBAHNE — JBE
CTOPOHBI OHOTO M TOTO Ke ABIeHuA. Anresusa o0y-
CJIOBIMBAET CLEIUIEHNE MEKIY TBEDPABLIM TEIOM U
JEHMIKOCTBIO, CMAYMBAHWE — SBJIEHHE, BO3HUKAI-
mee B Pe3ysibTare KOHTAKTHOTO B3aUMOAEHCTBHA.
IIpounocrs crennenus KONUYECTBEHHO XapPAKTEPH-
syerca paboroit agresun Wy, COOTBETCTBYIOIIEH pa-
6oTe, 3aTpaynMBaeMOM HA PaspbliB MeX(A3ZHOTO CO-
e[IMHEeHUS eIUHHUIIBI ILIOMIAH T0BEPXHOCTH.

B ra6n. 3 mnpexmcrasieHsl paccYMTAHHBIE IIO
ypasuenuo /ronpe — Oura (1) sHavenwus aaresum
HCCIIeNyeMbIX HIIEKTPOJIATOB HHKEIWPOBAHUA K
crambHOMy 00pasiyy. Samerum, 9yro ypasaenue (1)
CIIPaBEAJINBO JJIA CIy9aeB ¢ OJHOPOIHOU W YHCTOU
TBEPAOU IIOBEPXHOCTEIO [27].

Pacuersr mpoBoamim mo SKCIIEpPUMEHTATHHBIM
sHaveHuaM [IH 5neKTponuToB HUKEIUPOBAHUA U
K¥YC cranpnoro ofpasmna. Ilomyamnm, 4To BenumanHA
ATe3NOHHOTO B3aUMOIEUCTBUA IIPAMO IIPOIIOPLIHO-
nansua [TH u o6parao nponopruonansuaa RKYC. Ilo-
sTOMY JUIIb 3HAUUTENbHOe cHuEreHue RY C o6pasna
B suekrpoaure ¢ gobaskoir RADQO-11 B cpaBHenun
CO CTAHAAPTHBIM 3SJeKrponuroM (npumepuo B 1,8
pasa) obecrieurBaeT 3aMeTHOE MOBBIIIEHUE ATe3U-
OHHOT'0 B3aUMOJEHCTBU CTAIBHOrO 06pasna ¢ HuKe-
JIEBBIM BIIEKTPOJIATOM.

Hcxona w3 monydeHHBIX NAHHBIX 110 JAUCIEPCH-
oHHOM m mossapHOu cocrasisaomuy CIAIT TBepaoro
obpasma (cm. Tabi. 2), HOBEPXHOCTb CTAIBHOTO 06-
pasia MoKHO cuuTarh ruapodobuoit. MssecrHo, 94ro
B 9TOM Ciiy4ae u3 BOAHLIX pacTBopoB IIAB ancopbu-
PYIOTCA W HA TBEPAOH IIOBEPXHOCTH, U HA I'PAHULE
pacrtBop — Bo3ayx [27].

Ananus JaHHBIX [0 AATe3UH IO3BOJIAET LIPEeAII0-
JIOKHTD, 4TO aHTUNUTTHHTOBasA mobaska RADO-11
6osee sdhperTuBHO ancopbUpyeTcs HA HOBEPXHOCTH
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ofpasma, wem caxapun (cm. tabma. 3). IT0 B KOHEY-
HOM HTOre [IPUBOAUT K HOBBIIIEHUIO TUAPOpUIH3a-
[MH [IOBEPXHOCTH U, COOTBETCTBEHHO, YBEIHICHUIO
pa6orsr agresum W,. IloBepxHOoCTHBIE XaparTepu-
CTHKH DJIEKTPOJINTOB HUKEJIUPOBAHUSA I[PUBEIEHBI
Ha puc. 2.

3araoYeHne

HpOBeI[eHHI:Ie HUcciaenoBaHusd ¢ HUCIIOJIbB30OBAHU-
eM 1poreccoproro rensuomerpa K-100 no ompepe-
JIEHUIO ITIOBEPXHOCTHBIX CBOMUCTB SJIEKTPOJIUTOB HHU-
renuposanus (ITH, ero cocrasisromue) u sHepreTu-
YeCKHxX xapaxrepucTuk obpasma uz cramu 30XI'CA
(C3II, apresmsa) rokasajid, 4YTO AHTUIIATTAHIOBAS
nobaeka RADQO-11 sdderTrBHEEe caxapuHa TOBBI-
maerT CMaduBaAEMOCThL CTAJIBHBIX 06pa3u0B u 1Ipo4-
HOCTDH CHOEIVICHHUA Ha I'DAHHUIE 3JIEKTPOJUT — TBep-
noe Teio, BeesieHne B 5IEKTPOIUT HUKEIUPOBAHUSA
nobaeku RADQO-11 mpespamiaer ero B ITOJHOCTHIO
HEIIOJAPHYI0 JUCIIEDCHOHHYIO KUIKOCTD U II03BOJIA-
€T PEeKOMEH[0BATH 3JIEKTPOJIUT K HUCIIOIb30BAHUIO
AJIA HUEKCIHWUPOBAHUA IIACTMACC H IIOJHUMEPHBIX
KOMITOSHITMOHHBIX MAaTepUaJjioB.

Baaromaproctn

Pa6ora Brinonuena ¢ ucnonb3oBanuem 060pyno-
panua [IKII «Kmumarwmaeckwe wcnpiranwms» HUI]
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HNCCJIENOBAHUE SABUCHNMOCTH TBEPJOCTH CIIJIABOB WC - Co
OT XAPARTEPA PACIIPEAEJIEHNSA SEPEH WC 110 PASMEPAM
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B pabote npencraBieHbI Pe3yIbTATHI HCCIETOBAHNUS 3aBACHMOCTH TBeproctu citasa WC — Co ¢
10 % mace. Co ot xapakTepa pacupenencaus 3epeH WC o pasmepam. 3a pasMmep 3epHa KapOua-
HOU (hasbl 6HUT BRIOpAH SKBUBATICHTHEIN JUAMETP OKPYRHOCTH ¢ IUIOIIAIBI0, S9KBUBATCHTHON
TIIOIIaAH CeUeHUs 3epHa. Y epenHeHre pasMepos 3eped WC IIpoBOIMIN 10 UX YUCIY, ILIOIIAIT
u 06BeMy. ¥ CTAaHOBJICHO, UTO JUIA CIUIABOB ¢ Y3KUMU pactpeneneHuavMu 3eped WC o pasmepam
3aBHCUMOCTH TBEPIOCTH CILUIABOB OT CPEIHETO pasMepa 3epHa UMeeT BUJ COOTHOIIEHUS XOJ-
na—Ilerua. B cmyuae mmpokoro pacipeneicHUS HaBIIogaeTesa OTKIOHEHNE OT 9TOH 3aBHCHMO-
ctu. [lokazano, UTO UCIOIBb30BaHUE YCPEIHEHHOTO II0 ILIOIIAnu pasMmepa 3epeH WC mosBosaer
ONHCHIBATH 3aBUCUMOCTE TBEPIOCTH OT pasMepa 3epHa eIUHBIM ypaBHeHueM Xomaa — [leTua me-
3aBHCHMO 0T XapaKTepa pacIpelencHUs 3epeH o pasMepam. [Ipu sTom epenauii pasépoc aHate-
HUH TBEPIOCTH OT IUHUH TpeHna He npesbiaet 12 HV. Mcnonb3oBanue yepeJHEHHOTO 10 005e-
My pasMepa 3epHa [T OMUCAHUS 3aBUCHMOCTH TBEPIOCTH Ha IPaKTUEE JacT GOIBIIoH pasdpoc
OT JTMHUU PETPECCHH, KOTOPBIH CBA3AH ¢ ITOTPEITHOCTHIO B ONIPEICICHIN CONEPKAHNT KPYITHBIX
1 OUeHb KPYITHEIX 3¢peH U TpefyeT 3HaUUTEILHOTO YBEIHUEHU KOIMIeCTBA H3MEPEHHEIX 36PeH
TI0 CPABHEHUIO ¢ yCpenHeHneM Mo wrotanu. [lomyuennsie pesyIbTaThl MOTYT OBITH HCIIOTH30BA-
HEI TIPH aHAIN3e OLHO- U ABYX(hasHBIX MATEPHAIOB ¢ PA3IIIHBIMY IT0 IITUPHHE PACIIPeNeIeHNs-
MU 3epeH II0 pasMepaM.

Kmouessie cioBa: tBepasiii crinas WC — Co; TBepoCeTh; MUKPOCTPYKTYPA; pacipeneIcHue 3e-
PeH II0 pasMepaM; CpeIHUN pasMep 3epHa.

DEPENDENCE OF THE HARDNESS OF WC - Co ALLOYS
ON THE CHARACTER OF THE DISTRIBUTION OF WC GRAINS IN SIZE

© Maria V. Vasilyeval*, Vadim A. Pesinl,
Andrey S. Osmakov!, Alexey I. Shamshurin2
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The paper presents the results of studying the dependence of the hardness of WC — Co alloy with a Co con-
tent of 10 wt.% on the character of the size distribution of WC grains. An equivalent diameter of the circle
with an area matching the cross-section area of the grain was chosen as a grain size of the carbide phase.
The WC grain sizes were averaged over their number, area and volume. It is shown that for the alloys with
anarrow WC grain size distribution the hardness of the alloys as function of the average grain size follows
the Hall - Petch relation. As for a wide distribution, a deviation from this function is observed. It is shown
that the use of the area-averaged WC grain size enables description of the hardness as a function of the
grain size via a unified Hall — Petch equation, regardless of the nature of the grain size distribution. In this
case, the average scatter of hardness values around the trend line does not exceed 12 HV, The use of the
volume-averaged grain size in description of the hardness dependence results in practice in a large scatter
from the regression line, which is attributed to the error in determination of the content of coarse and
very coarse grains, when one needs to measure significantly larger number of grains, as compared to aver-
aging over the area. The results obtained may be used in analysis of single-phase and two-phase materials
with grain size distributions with a varying width.

Keywords: WC - Co hardmetal; hardness; microstructure; grain size distribution; average grain size.
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Beenenne

IlMupoxoe npumenenne WC — Co cunaBos tpeby-
eT HCC/IeIOBAHUS CBA3U UX MUKPOCTPYKTYPEBL C Me-
XAHUYECKUMHU U TeIIo(hU3nIecKuMu cBoicreamu. B
CBA3U € 9THM PaspaboTaHbl COOTBETCTBYIOIIUE MO-
A€ W IIPeJIOKEHbI SMIIMPDHUYEeCKHe BbIPaKCeHUd,
OIIUCBIBAKOIIYE 3aBUCUMOCTE TBEPDAOCTHU CILJIABOB OT
cpenmero pasmepa zepua WC u comepskamms Co
[1-5].

B macrosmee Bpema 3a pasmep sepua WC opu-
HUMAIT B OCHOBHOM CJEAYIOIHe BeluduHsl [4 — 8]:

pasMep XOPAbL, N3MEPEHHOH METOL0M CeKYIIUX;

SKBHBAJIEHTHBIA AUAMETP KPYyra ¢ IUIOIALbIO,
SKBHBAJIEHTHOU IUIOIIASY CEYEHU 3€PHA;

MaKCUMAIbHEIH nuamerp Pepera;

cpemHsaa XOpaa.

Y cpenHeHue IPOBOAAT II0 YHCILY 3EPeH.

3aBUCHMOCTH TBEPIOCTH OT pasmepa sepua WC
ObUIH II0Jy4YeHbl, IIABHBIM 00pasoM, HA CIIABAX C
OOCTATOYHO Y3KUMU PACIPENeIeHHUIMY 3€PeH Kap-
6upuOu (haser mo pasmepam. s CIJIABOB € IIKPO-
KUM HUJIN 6I/IMOI[3.TII:HI:IM pacipegeseHueM 9TH 3MITHN-
pHUYecKue COOTHOLIeHUA He BbImonHgwTca [9, 10].
Tak, B cmiaBax ¢ HIMPOKHM HIH OUMOAAILHBIM
pacipefereHneM TBEPAOCTh 3AMETHO HUJKE, YeM B
ciiaBax ¢ yskum pacupenenenuem [11]. Tagum 06-
pasom, cpepHeapupMeTHIeCKUU pa3Mep 3epHa — He
YHUBEPCAIBHAA XAPAKTEPHUCTHUKA, II03BOJIAIOIIANL
CBA3aTh pasMep 3epHA KapbupHou (aspl ¢ TBEp-
OOCTHI0 HE3aBHCHMO OT DACIPEIEeNeHus 3epeH II0
pasmepam.

IIpegnonoskmnm, 49ro ycpegHenue 1o oObeMmy
MOJKET [JATh JIydlllee OIHCAHNE 3aBUCHMOCTH MEKIY
TBEPAOCTHIO U PA3MEePOM 3€PHA I TBEPABIX CILIA-
BOB C IIHMPOKHM pacrpepeieHueM 3zepeH [12].
HcnonbsoBanu cnepymoipe ycpegHeHUs pasMepoB
3epew [13]:

d.5.
IO YHCILy 3epeH  d, = %; oY)
;i
110 IJIOLIAU m——
L aj 32 Zdlznl
din,
1o ofbemy dys Q 3)

:de’ni '

Ormerum, uro BenwumHa d;, €1a60 YyBCTBU-
TeJIbHA K IPUCYTCTBUIO KPYIIHBIX 3ePEH B pacipere-
nennu. [Ipu mepexome K o0beMHOMY paciipeese-
HUO 3€peH II0 pasMepaM OLIHOKHM B OIIPe/eIeHHH
JOJIM KPYIHBIX 3€pPeH MPUBOAAT K OOJIBIIAM IO-
I'PELIHOCTAM B d 5. JIJia yMEHbIIEHUS JTOM [TOTPer-
HOCTH HEOOXOAMMO 3HAYHMTEILHO YBEIWIUBATH KO-
JIMYECTBO U3MEPEHHEIX 3epeH. [1o cpaBHeHuIO ¢ d, 5
3HAYEHWe pasMepa 3epHa dj o MeHee YyBCTBUTEILHO

K omubKe B OLPEAEIeHUHN I0JIM KPYIHEBIX 3€PeH H,
BEPOATHO, MOMET 00ecCIIeduTh HeOOXOAMMOoe pasiiu-
qye B 3HAYEHHAX CPEIHHX PA3MEpPOB 3epHA A y3-
KOI'0O U IIUPOKOTO PACIIPEE/ICHHM,

Ilenn paborbl — wmccIenoBAHUE 3ABUCHMOCTH
TBEPLOCTH CILIABOB € Y3KHUMH W IIHUPOKUMHU pacipe-
nenenusavu 3eped WC 1o pasmepam OT cpepHero
pasmepa 3epHa KapbumHOU (hassl.

Martepuananl, METOIHKA, 000PYIOBAHHAE

Hccnegosanu obpasmer (Bcero 17) WC - Co
criasos ¢ 10 % mace. Co ¢ y3KUM M MIEPOKUM pac-
[peeIeHueM 3epeH o pasMepam ([uanasoH pasMe-
pos 3epua WC — 0,3 — 5,0 mrm). CrouaBsr ¢ mwmpo-
¥uM pacupepeienuem 3epen WC nonysanu Beeje-
HHEeM B COCTaB IIHUXTHI OIIPEAEeJICHHOTO KOJUYIeCTBa
EpynHou (paxmuu moporrka WC.

Tsepmocrs onpenesnsnu Ha TBepHOMEpe Burkep-
ca (INNOVATEST, FALCON 500) nopu Harpyske
294 H (HV 30). Ilorpemsocrs nsmepenus HV 30 ue
npesbimana 10 equHALT TBEPAOCTH.

Jlns BeIABIEHMSA TPAHUIL 3epeH Kapbumuou da-
3BI IIPOBOJMIIN TpaBiieHne 00pasros B pacteope My-
paramu (20 %-ubix Bogabix pacrBopax KsFe(CN)g u
K(OH)).

Muxkpocrpykrypy 06pasmoB wuccieqoBaim Ha
pPACTPOBOM  SJIEKTPOHHOM  MuEKpockome (POM)
MIRA3 TESCAN.

Hnsa anmanusa murpodgororpaduit POM ucoomns-
30BaiHM HporpamMmHoe obecnedenwe o obpaborke
rpacugecrux n3obpaskenwnii Fiji [14 — 18]. Berpoen-
HbI€ MOAYJIHU INPOTPAMMHOTO KOMILJICKCA IIO3BOJIAINA
nepexoxurs or Heobpaboramuoro POM-msobpaske-
HUA K KapTre TPAHUL] 3€DEeH, U3BECTHOM KAK CerMeH-
ranua 3epeH. Kpome Toro, nporpaMmeuoe obecrede-
HHEe [I4aBaJI0 BO3MOMKHOCTL BBIYUCIATL ILIOIIAOIH,
CTATUCTHYECKUE IIOKA3ATENM I[THKCEIbHBIX 3HAYE-
HUH Pa3IWYIHBIX BBIIEIEHHBIX 001acTel.

I[.TIH MHUHHMH3AIIUNU IIOTPEIIHOCTH OIIPeAe/IeHU
d5 4 00l1ee KOJIMYECTBO 3€PeH IPU Y3KOM pacipeje-
nennu cocrasiuano 2000 — 2500, opu mwmporom —
4500 — 5000. 3a pasmep sepHA IPUHUMAIH JAAMET]
SKBUBAJIEHTHOM OKPYKHOCTH, KOTOPBIA PACCYUTHI-
Banu u3 mwiomany 3epaa S (d,,, = (4S/m)V?). Pacuer
cpenHero pasmepa 3epHa dq g, dss ¥ dy 5 IPOBOAUIH
coraacuo ¢opmyaam (1) — (3).

O6cy:kaeHne pPe3yabLTATOB

Ilonyuennrle 3HayeHWs TBEPHOCTH W pa3Mep-
Hble XaPaKTePUCTHUKU 3€PHA KCCIeNOBAHHBIX CILIA-
BoB WC - Co mpusenennt B tabaume. Pacnpenemne-
HE€ 3epPeH II0 pa3MepaM CIUTAJIOCH Y3KUM, €CIH KO-
s¢ppurment Bapmaruu ¢, He npessuman 0,50. Ha
puc. 1 npexncrasnenst POM-uzobpaskeHus Murpo-
CTPYKTYPBI M THCTOTPAMMBI PacIpejelleHus 3epeH
mo pasmepam i o0pasmoB 7 (y3koe pacrpemene-
uuie) u 17 (Inupoxoe pacupepenenue).
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Puc. 1. POM-uso6paxeHnsa MEKPOCTPYKTYPEL ¥ THCTOIPAMMEI PACIIPEAeIeHUN 110 YUCILY 3epeH, IUIOMaAy U 06beMy JJII CIUia-

BOB 7 (@ —2) u 17 (0 — 3) COOTBETCTBEHHO

Fig. 1. SEM images of the microstructure and histograms of distributions in the grain number, area and volume for alloys 7

(a - d) and 17 (e - h), respectively

Basucumocru reeproctu HV 30 or d /2 ud;}/*

IPUBEJEHBI HA PUC. 2.

Bugno, uro saBucumocru wmMeroT Bux THOA
Xomna — Ilerga. CeoGopgHbI 4ieH B ypABHEHUH
(842,8 HV) pna d (1)/ % B Hpejeax IOrPEIIHOCTH COB-

majaer ¢ CoOTBETCTByMOIIer Benmumuou (850 HV),
[OJIy9eHHOU 1151 TBepABIX ciuiaBoB ¢ 10 % macc. Co
[4]. IIpu sToM 06pasIbl, XApaAKTEPUIYIOIIHUECA IITH-
POKMM pacupepeneHHeM, BRIIANAIOT W3 JIHHENHOU
33aBUCHMOCTH.
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Fig. 2. The dependences of IIV 30 hardness on d 3/ %(a) and dy 12/2 (b) for the samples with narrow (A, samples 1 — 10) and wide

(A, samples 11 — 17) distributions

B ciuyuae d g %/ % zaBuCHMOCTD BBILIOIHAETCA A

BCeX 06pasIoB HE3aBUCUMO OT XapakTepa pacipese-
JieHud 3epeH 1o pasmepam. Cpexnuii pasépoc ot Ju-
HUM perpeccuu cocrasun 12 HV, a BesuuwHa CBO-
6oxuoro wiena (856 HV) B npenenax morperiHoCcTy
osmska k 850 HV, Ormerum, 9To mirsd ciiasos ¢ 16 %
macc. Co u ysxkmmu pacnpenenenuavu seper WC mo
pasMepaM BeJIMYKWHBI CBOGOI[HI:IX YJI€EHOB B 3aBHCHU-
moctsix TBepaoctH ot di 5% m dg;/ % rarme Gru3KH
Mmesxay coboi [19].

Ha puc. 3 gna ucenenyempix 06pasmoe mokasana
3aBucumoctsb TBepaoctu HV 30 ot ycpegHeHHOr0 110

obbemy pasvepa sepua WC d ;:1),/ % Hecmotrps Ha TO,

9TO 3aBUCHUMOCTh KMMEET BHUJ YPABHEHHS XOJuia —
Ilerua, Benmuuna CBOGOHOrO WiIeHA 3HAYUTEILHO
ornmuaerca or 850 HV, a cpepnauit pasbpoc ot ju-
HHUH PErpeccHuy BLIPOC B ABA pasa [0 CPABHEHHIO C
ycpenHeHneM 110 Iwiomaau u cocrasuia 23 HV. Iro
CBA3AHO C TEM, YTO BeJWYMHA d,; OYEHb IYBCTBU-
TeJIbHA K IIPUCYTCTBUIO KPYIIHBIX 3€PEH.

Uro6b1 MUHHMH3UPOBATH IIOTPEIIHOCTE OLIPeae-
JIeHHsl YCPeJHEHHOro mo o0beMy pasmepa 3epHA
WC, Heo6xoauMO KaK MHHHMYM B [BA Pa3a yBeJH-
YUBATH KOJIHUYECTBO PACCMATPHUBAEMBIX 3€PEH, 9TO

Tsepmocrs no mkane Bukkepca HV 30 u pasMepuble mapaMeTps! Teepabix cimmasos WC — Co

Vickers hardness HV 30 and size parameters of WC — Co hardmetals

O6pasern dy g, MEM c, dg 9, MEM dy g, MEM HV 30
1 0,52 0,46 0,79 0,95 1587
2 0,52 0,46 0,79 1,01 1566
3 0,48 0,40 0,66 0,77 1642
4 0,48 0,40 0,66 0,78 1620
5 0,51 0,39 0,69 0,79 1597
6 0,53 0,40 0,73 0,85 1584
7 0,56 0,43 0,79 0,92 1560
8 1,07 0,49 1,67 2,03 1371
9 0,60 0,43 0,84 0,97 1523

10 0,49 0,39 0,67 0,78 1623
11 4,96 0,52 7,90 9,86 1050
12 1,16 0,55 2,03 2,87 1295
13 0,29 0,52 0,46 0,56 1769
14 0,69 0,59 1,35 1,94 1394
15 0,68 0,65 1,35 1,77 1401
16 0,67 0,69 1,58 2,49 1377
17 0,64 0,63 1,27 1,71 1416
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Fig. 3. Dependence of IV 30 hardness on d 42

3HAYMTENBHO IIOBBINIAET TPYAOEMKOCTh AHAIW3A.
Tlosromy B KayecrBe Haubosee MPUEMIEMOrO pas-
MEPHOT0 1apaMeTpa, CBA3BIBAIIIEr0 TBEPAOCTH CO
cpenuuM pasmepom sepHa WC misa y3kux u mwmpo-
KUX DPAacCIpejesieHud 3epeH CILIABA 10 pasMepam,
[PEANOYTHTENBHEE UCIOIb30BATh YCPEIHEHHBIN 110
iomaayu pasmep sepHa ds,. [lpubinmmenno, ds s ~
~dyu@Bc2-0,3¢c, + 1) gnac,>0,2.

3aMeTHM, 4TO aHAJIOTHYIHBIE PE3yIbTATHL OyIyT
[OJIyYEeHbI U B CIIy9aax, KOTZa 34 pasMep 3epHa npu-
HUMAJIACH CPeIHAS XOpAa Wi MAKCUMAJIbHBIN [ua-
merp Pepera. K comxanenuro, MeToj COKyIIHUX, KOTO-
PBIA BCe elle IIMPOKO UCIIONb3YIOT, He MO3BOIHEeT
[IOJLyYUTh PACIPE/IeIEHIE 3ePeH 110 pasMepaM u, co-
OTBETCTBEHHO, HE MOKET OBITh HCIONb30BAH IS
PACYeTOB BEJIMIUHBI d3 4 WIH d 5.

3araoYeHne

IIpoBenennnie wccnegoBaHWs IIOKA3ANM, €UTO
[Py AHAJIW3Ee 3aBHCHMOCTH TBEPLOCTH OT pas3Mepa
3epHA KapOumHou (pas3hl MPEAIOITUTEIHHEE UCITIOIh-
30BaTh CpPeJHHUU [0 IUIOIAAWM pas3Mep 3epHa II0
CPABHEHUIO CO CPEIHUM II0 YHCILY 3€PeH min 00ne-
my. Beposarwo, Takoi mogxox Moxer 6bITH mpuMe-
HEH IIPH PACCMOTPEHUH ADPYIMX OfHO- U ABYX(as-
HBIX MATEPUAIIOB C Y3KUMH U IIHUPOKUMH pacIpee-
JIGHUSIMH 3€PeH [0 PasMepa.
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VCIIBITAHUU IIPU CABUTE B INIOCKOCTH JINCTA OBPA3IIOB
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B npouecce npoBeeHusT MEXaHUUECKAX UCIIBITAHUN IS OLPENE/ICHNs] CABUTOBBIX XapaKTepy-
CTHUK COBPEMCHHBIX VIVICIIIACTAKOB BO3HUKAIOT CYIIECTBEHHEIE IIPOGIEMEL JTO B IICPBYIO OUe-
penb CBA3aHO ¢ TPYAHOCTAMU PEeATH3Alldd OTHOPOIHOTO PACIIPENeIcHNIs CIBATOBLIX HAIIPIKE-
Hul B paboueli yacTu 06pasIioB, 0COGEHHO IIPU ONPENEICHIH IIPOTHOCTHRIX XapaKTePUCTHE CO-
epemenubrx [IKM Ha 0cHOBe BHICOKOMOIYJIBHBIX WIH BBICOKOIIPOUHBIX YIVIEPOAHBIX BOJIOKOH C
yEnagkol [ +45°]g. B ormimune ot 06pasiioB U3 OJHOHAIIPABICHHBIX KOMIIOSUTOR CBOMCTBA TAKO-
TO MaTepHasa 3aBUCAT OT KaleCTBa He TOILKO MATPUIILL, HO U BOJIOKOH. KpoMe Toro, crnenyer oT-
METUTH Hanuuue GOJIBIIOr0 KOJIUIeCTBA MeTOAOB UCHIBITAHUN [IPH CABUTE B IVIOCKOCTH JIACTA U
COOTBETCTBYIOIIUX UM CTAHAAPTOB, IIpu 9T0M pesynbTaThl UCIIBITAHNN, BHIIOIHEHHBIX 0 Pas-
JIMYHBIM CTaHAapTaM, Ha IpakTHEe, KAk IPABUIO, He COTTIAacyIoTes ApyT ¢ ApyroM. B pabore mpo-
BeJIeH AHAJIN3 CABUTOBBIX XAPAKTEPUCTHE YIVIEIUIACTUKOB, IOJIyIeHHBIX B Pe3y/IbTaTe IIpUMeHe-
HUS PA3IHYHBIX METOIOB UCIBITaHui. [10/IyueHsl pacueTHbIe U SKCIEPUMEHTAILHBIE JAHHBIE
pactpesieneHus HanpsikeHHo-TedopMupoBanHoro cocTosaus (HIC) amst pasnuiHbIX THIOB 06-
PaslioB. OKCIEePUMEHTANBHBIE IIPOYHOCTHLIC U YIIPYTHE XAPAKTEPUCTURKY YIIEILIACTHKOB IIPH
CIBUTE B ILIOCKOCTH JICTA OIIPEIEIEHBI B IIpoliecce UCHBITaHni 125 ImIocKux 06pasios, Haro-
TOBJICHHBIX U3 YETHIPEX MApOK YIVICILIACTUKOB, apMUPOBAHHEIX CIOAMU *+45. YCeTaHOBICHO, YTO
HU OIUH U3 PACCMOTPEHHBIX B JAHHOH pafoTe CTaHAAPTH30BAHHBIX METONOB HE 00CCIIEUnBACT
PABHOMEPHOTO pacIIpele/cHus CABUTOBLIX HAIPDKCHUH B pabouell 30He HCIBITHLIBACMOTO 00-
pastia. SHaYeHNUs IPOYHOCTH, Hauboaee 6IU3KIe K IPOTHO3UPYEMBIM, TTOIYIEHEI Ha 06pasiax,
BBImomHeHHBIX 0 crangapty ASTM D7078 (I"OCT P 57207) Ha ocHOBe MeTOIa TIEPEKAIITIBA-
HUS IUIACTUHBL ¢ V-00pasHbIM BBIpe3oM. B To ke BpeMs MeTo[ HepeKallldBaHusl [UIACTUHEL B
mapaupHoM ueTwipexspenuuke (I'OCT 24778, ASTM D2719) u meron Wocumecky (ASTM
D5379, 'OCT P 56799) onHo3HAYHO He MOTYT OBITH HCIIOIB30BAHBI JJIS JOCTOBEPHOTO OIIpe/e-
JIEHWs1 IPOYHOCTHBIX XAPAKTEPUCTUE [IPH CABUTE COBPEMEHHBIX YINIEIUIACTUKOB, APMUPOBAHHEIX
craosamMu +45°,

Kimoaessie cioBa: VIVICILUIACTHU KU ; CABUT B INIOCKOCTH JIUCTA; HaIIpH)I{eHHO-,I[ed)OpMI/IpOBaHHOG
COCTOAHUE; METOABI U CTaHIAPTHI UCTILITAHUH,

ANALYSIS OF THE EFFICIENCY OF ADVANCED METHODS
OF IN-PLANE SHEAR TESTING OF HIGH-STRENGTH CFRP SPECIMENS
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The mechanical testing performed to determine shear characteristics of advanced carbon fiber-reinforced
plastics (CFRP) can involve significant problems. First of all, this is due to the difficulties in providing uni-
form distribution of shear stresses in the working area of the specimens, particularly in determining the
strength characteristics of advanced polymer composite materials based on high-modulus or high-
strength carbon fibers with the £45° layup, where the material properties depend not only on the matrix
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but also on the fiber properties, unlike unidirectional composites. In addition, one can mention a large
number of shear test methods and related standards of in-plane shear testing. At the same time, the re-
sults of the tests performed according to various standards generally do not comply with each other.
In this study the analysis of CFRP shear characteristics obtained from various test methods was per-
formed. The calculated and experimental data of stress-strain distribution for various specimen types
were obtained. The experimental results of determining the strength and elastic characteristics of CFRP
in the in-plane shear were obtained during the testing of 125 flat specimens made of four brands of CFRP
reinforced with the =45° plies. None of the standard methods discussed in this study was found to provide
uniform distribution of shear stresses in the working area of the test specimen. The strength values clos-
est to the predicted ones were obtained from the specimens made according to ASTM D7078 (GOST R
57207) based on the method of V-notch plate distortion. At the same time, the method of plate distortion
in the four-bar linkage (GOST 24778, ASTM D2719) and the losipescu method (ASTM D5379, GOST R
56799) cannot definitely be used to reliably determine the shear strength characteristics of advanced
CFRP reinforced with the =45° plies.

Keywords: carbon fiber-reinforced plastics; in-plane shear; stress-strain state; test methods and stan-

dards.

Beenenne

Kaxk ormeueno B pabore [1], ciaboe comporus-
JIGHUE CIBUTY, OCOGEHHO B ILJIOCKOCTHX, TZI€ CBOU-
CTBA MATEPUAJIA OIPEEeIAITCA MATPULICH, ABIIAET-
¢ HEJZOCTATKOM APMUPOBAHHLIX ILUIACTHKOB CO
C/ouCTOU CTPYKTypou. st paga KOHCTPYKUMU Ka-
caTebHbIe HANPSKEHUA, HECMOTPS HA UX MAJIOCTh,
MOTYT OKA3bIBATDH CYIIECTBEHHOE BJIMSHHE HA HECY-
LY CIIOCOGHOCTh M ObITh IPUYUHON pPa3pylIeHUA
KOHCTPYKITHH.

He cuyvaiino 3HaveHus NPOYHOCTH U MOJYJIS
CABUTA, KAK IIPABUIIO, BRIOYAIOTCA B TEXHUIECKYIO
JOKYMEHTAIMIO B KAYECTBE IIOKA3ATENeH KAYeCTBA
M3rOTOBJIGHUS  COBPEMEHHBIX  KOMIIO3UIIMOHHBIX
KOHCTPYKIuid. B cBA3m ¢ 9THM H0CTOBEPHOE OIpese-
JIGHUE XAPAKTEePUCTHK CABUTA B IUIOCKOCTH JIHCTA
nMeerT BayKHOe HpuKiagHoe 3Hadenue. OxHAKO B
[porecce SKCIePUMEHTAIBLHOT0 OIPeeIeHus CABHU-
TOBBIX XaPAKTEPUCTUK KOMIIO3HWIIMOHHBIX MATepHa-
JIOB, B TOM YHUCJ/I€ COBPEMEHHDIX BBLICOKOIIPOYHDIX H
BBICOKOMO/YJIBHBIX YIJIEILUIACTUKOB, BOSHUKAIOT CY-
[I[EeCTBEHHBIE ITPO6IEMEL.

B wacruocru, Bo mHOTHX ucciaemopanmsax [1 — 5]
OTMEYeHO Haiudue OO0JBIIOro pasHoofpasus cuBu-
IOBBIX HKCIIBITATEILHBIX METOHOB, PaspaboTaHHbBIX
W UCIOIb3yeMbIX B Tedenwe 1ocaepunx 40— 50
ser. ITpu sTOM HOAYEPKHYTO, 9TO KOJIHMIECTBO METO-
JOB HUCILITAHUN HA CABUAI 3HAYUTENBHO OOJIbIILE,
yeM JJIA APYTHX THIIOB MEXAHUYECKUX HCIILITAHUN
KOMITO3UTOB, BKJIO4AaA 0a30Bble — PACTKEHHE U
ciRaTue.

Tonbko npu wucnbITAHUAX 06PAZLIOE HA CABUT B
ILUIOCKOCTH JIKCTA HCIOIL3YIT CeMb HU3BECTHBIX Me-
TOMOB HATPYKeHUA. ITO 06CTOATENIBCTBO IPHUBEIIO K
paspaboTke GOIBIIOT0 YHCIA PA3IUIHBLIX CTAHIAD-
toB — ASTM, EN, I'OCT u apyrux (cm. tabaurry).
Kamnpiit us sTux crangapros, gaxe 18 OZHOTO Me-
TOJA HATPYKEHMU, UMeeT CBOM 0COGEHHOCTH, B 4aCT-
HOCTH, IIPEANOJIATAeT HCIOIL30BAHUE PAIMIHBIX
10 KOH(HUTYpALUY U pasMepaM 06pasios.

OubIr SKCHIEPUMEHTAIBHOTO OIPENEeIeHUud Xa-
paxrepucrur [IKM mpu caBure mokaspIBaeT, 4TO B
OAHHOM CiLydae MHOroo6pasue He SBIIAeTCH HIOI0KHU-
TEIBHBIM (PARTOPOM, IIOCKOJIBKY PE3yJILTATHI UCIIBI-
TAHWH, BBINOJIHEHHBIX 110 PA3INIHBIM CTAHAAPTAM,
HA [IPAKTHKE HE BCETAa COOTBETCTBYIOT APYT APYTY,
9TO 3aTPYAHSAET AHAJIN3 CBOUCTB MATEPHUAIA U BbI-
3pIBaeT MPO6IEeMBbI IIPH IMPOEKTHPOBAHUK W IIPOY-
HOCTHBIX PAaCcYeTax KOMIIO3UIMOHHBIX KOHCTPYKI[UU,
B o e Bpems cymecrByer onpenereHHBIN nedu-
LWT HCCIENOBAHUY, B KOTOPHIX KOMILJIEKCHO OLIeHH-
BAKTCH [OCTOMHCTBA K HEJOCTATKU PA3IMIHEBIX Me-
TOLOB KCIIBITAHUYI HA CABUT 06PAa3I0B U3 COBPEMEH-
HBIX YIJIEILUIACTUKOB M CPABHUBAIOTCA MEEAY COO0M
Pe3yabTaThl HCHBITAHW, BHIMIOJIHEHHBIX 10 PA3JIHY-
HBIM cTaHjgapram [2, 6].

Heob6xopumo ormerwnTs, 410 OfHA M3 LIPUYHH
60JIBIIOTO KOJIM4YecTBa paspaboTaHHBIX METONOB U
CTAHJAPTOB 3ARJIIOYAETCA B TPYAHOCTH PeaIH3AIIU
«4HUCTOr0» CABUTA, 4 TAKKE PABHOMEDPHOIO pacipe-
JeJIeHNS CABUTOBBIX HANPIKEHWU B paboued gacTu
06pasros. AHM30TPONMSA CBOHCTB W OCOGEHHOCTH
CTPOEHUA CIOWCTHIX KOMIIO3UIIMOHHBIX MATEPUAIOB
CI10cOOCTBYIOT, KAK IIPABHUJIO, CYI[ECTBEHHOU He-
OJHOPOJHOCTH  HAIPSKEHHO-Ie(POPMUPOBAHHOTO
COCTOAHUS B pabodell 4acTu 06pa3IOB M HAIHIHIO
KOHIIEHTPATOPOB HALPIKEHUN HA rpaHure obpasma
€ UCOBITATEIBHOM OCHACTKOM. JTa mpobiema ycyry6-
JAeTcd IPH HKCIEPUMEHTAIBHOM OLPeeIeHNN
[IPOYHOCTHBIX XaPAaKTePUCTUE coBpemeHHbIx [TKM
HA OCHOBE BBICOKOMO/YJIBHBIX HJIM BBICOKOLIPOYHBIX
yINIEpOAHBIX BOJIOKOH. Kak ormedeno B paborax
[4, 5, 7], AnA UCUBITAHUNM KOMIIO3UTHBIX MaTepUa-
JIOB € YRIAAKOU [ +45°]g, Iie XxapaKTepucTukKy Mare-
prasia 3aBUCAT OT CBOMCTB HE TOJIBKO MATPUIIBI, HO
¥ BOJIOKOH (B OT/IMYHME OT OJHOHAIIPABICHHBIX 06-
pasioB), a CABUTrOBAs LPOYHOCTH B HECKOJILKO Pa3
[IPEBLIIIAET MEKCIOUHYI, CYIIECTBYIOIUE MeTO/bI
WCIBITAHUY HA CABUT He TAPAHTUPYIOT PaspylleHue
06pasrios B paboueii 30HE OT YUCTOTO CABUTA B ILIOC-
KOCTH CJIOEB.



52 «3aBoackasa naGoparopusa. [Juarnocruka marepuasios». 2023. Tom 89. Ne 2, Uacrs I

Puc. 1. Ilpomecc usmepenna gedopMaIiii OIITUIECKOM CHC-
temoni VIC-3D

Fig. 1. Process of strain measurement with the VIC-3D op-
tical system

ITenp paborbl — mpoBe[eHEE CPABHUTEIHHOTO
aHAIM3a 3HAYEHUU CABUTOBBIX XAPAKTEPHUCTHUE CO-
Bpevennbix [IKM Ha ocHOBE yriepoOAHBIX BOJIOKOH,
IIOJIyY€HHBIX B Pe3yJbTaTe IIPDUMEHEHUA Pa3JIMIHbBIX
MeTomoB ucnbiTanwmii. QmpesesneHbl CTAHAAPTSI, MIO-
3BOJIAIOIINE MAKCHMAIBHO Pealn30BaTh B 00pasie
COCTOSIHUE «4HCTOI0» CABUTA, KOIZA BIAUSHUEM JpY-
THX KOMIIOHEHT HOPDMAJBbHBIX W KaCaATEJIbHBIX Ha-
NPIKeHUN MOKHO HpeHebpeds, a Takxe obecredn-
BawIue Hawbolee PABHOMEDHOE pacCIpeneieHue
CABUTOBBIX HANPSIKEHHUU B paboueii yactu obpasna.

Peanusarua mocrasimenmod menu TpeboBaia
oLpeneIeHns HAIPIKeHHO-Ie(POPMUPOBAHHOTO CO-
croauusa (HIC) B o6pasuax. Ha magansaOM srame
nposopmiu pacaer HIC mms BpiGopa parmoHah-
HBIX [IaPaMeTPOB 06PA3I0B U HCCIIeI0BAIY BIUAHUE
TeOMeTPUIECKHUX pasMepoB pabouei 30HbI 06pasna B

paMKax IPUMEHSEeMOrO CTaHAApTa, He00X0IUMOCTh
HAJTWYIUA HAKIAMOK, UX TOJIIUHBI U JKECTKOCTH Ma-
Tepuasa Ha pacupeneienue Hanpsxenui. s sTo-
ro 6bUT KCIIONB30BAH METO[ KOHEYHBIX BSJIEMEHTOB
(MED) B cpege NX/Nastran, upu sTom upu moxeiu-
posanuu HJC uccnenyempix 06pasiioB U 3alIUTHBIX
HAKJIAJ0K BHIOPAH TBEPAOTEIBHBIA 00BEMHBIN BHie-
merT SOLID.

Pacuernrie 3HaueHud NPOYHOCTHBIX W YIPYTHX
XapaKTEPUCTHUK CJIOUCTOIO IIAKeTa, UMEIOIIETo cXe-
My apMHPOBAHUH, OTJIMYAIIIYIOCH OT OJHOHAIIPAB-
JIEHHOU, HAXOOWIHW II0 CBOUCTBAM MOHOCIOA HA
OCHOBE KJIACCUYECKOM Teopuu JjaMuHATOB [8, 9].
IIpu sTOM Ha OcHOBaHWE KpHUTEPUS HPOYHOCTH XUJI-
JIa OIpenesyin KOMOMHAIWIO CPeIHUX HAIPSIKE-
HUM, IIPU KOTOPOU B CJI0€ IIPOUCXOIUT pa3pyIllIeHne
MATPHUIBI OT IIOIEPEYHBIX KM CABHUIOBBLIX HAIIPAKe-
Hui (3HAYEHUA HAPSIIKEHUN [I0TePYU MOHOJIUTHOCTH
cioucToro makera). Ilpu pasppiBe BOJOKOH MOHO-
CJIOM CYMTAETCA IIOJHOCTHIO PA3PYIIEHHEIM K HECY-
m@as crocobHOCTh [MaKera HcdeprbIBaeTcd (3Hade-
HUS [IPEefieJia MPOYHOCTH CIOMCTOTO IAKEeTa).

Mopyne cnBura onpejensanyu Ipu IIOMOIIK TEH-
30PEe3HUCTOPOB, HAKIEEHHBIX B IieHTpe o6pasma mox
yriaoMm 45° K TIIABHBIM OCAM KOODPJMHAT, a JJIH U3Me-
peHus pacupepesieHus epopMaAnMi W I[IepeMere-
HUH HA IIOBEPXHOCTH 06pasIioB METOMOM YUCIEHHOM
Koppendanuy u(POBIX U306paKeHN UCII0Ib30BA-
s onrruaeckyro cucremy VIC-3D (puc. 1).

Onruaeckre Meronbl uaMepeHus pedpopMarui
HA OCHOBE YHMCJIEHHOU KOPPeAnuy u3obpaxenus —
Hauboiee 5 PeKTUBHBIN HHCTPYMEHT A1 0TpaboT-
KU METOIUEK IIPOYHOCTHBIX HCIILITAHWUE 00pasIoB U
KOHCTPYKLHUH, 00eClIednBAOMINI BU3YAIH3ANUIO C
BBICOKOHM paspernamineid Ccroco0HOCThI0 0b6aacTu
pacupenenenus qed)OpMALKI 10 BCEMY YIACTKY pa-
604ert 30HBI 00PA3IIOB, A TAKKE (PUKCAITUIO IIPOIec-
ca uaMeHeHHWH medopMaui B MPOIlecce HArpyxe-
auda [10 — 13].

Knaccuduranua Hanbomee MUPOKO IPUMEHIEMBIX METOAOB M CTAHJAPTOB AJA 3KCIePUMEHTAILHOTO ONPENeIeHus IPOIHOCT-
HBIX U ynpyrux xapakrepucruy [IKM npu casure B IIockocTs aucra

Classification of the most widely applied methods and standards for experimental definition of strength and elastic characte-

ristics of CFRP in the in-plane shear

MeTOI[BI UCOBITAHUH

Cramnaprel

TlepexarmBanve mnacTunsl B dereipexspennnke (Picture Frame Shear) T'OCT 24778, ASTM D2719, DIN 53399-2

TleperarmuBanne IIACTHHEL ¢ V-06pasHBIM BBIPE30M
(merox Hocumecky — losipescu Shear)

TlepexammBanue oguol ysxoi momockl (Two-Rail Shear)
TleperammuBanue nByx ysxux momnoc (Three-Rail Shear)

TleperamBanye IIACTHHEI ¢ V-06pasHBIM BBIPE30M
(V-Notch Rail Shear test)

Pacramenne aHH30TPOIHOM HOTOCHI, ApMUPOBAHHON ¢I0aMu +45°

(+45° Tensile Shear)

Kpyuenue miacTuHbI ¢ 4eTHIPbM TOYKAMHE TIPHIOKEHNT
(Four-Point Shear)

T'OCT P 567990, ASTM D5379M

ASTM D4255, JIS K7079
T'OCT P 50578, ASTM D4255, JIS K7079
ASTM D7078, TOCT P 57207, JIS K7079-2

T'OCT 32658, ASTM D3518, ISO 14129,
prEN 6031, DIN 65466, SACMA SRM 7, JIS K7079

ASTM D3044, ISO 15310, JIS K 7079
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Puc. 2. lapHupHBIA 9eTEIPEX3BEHHUK ¢ 00pasioM

Fig. 2. Four-bar linkage with the specimen

O6berkToM HCCIe0BAHUAS HABISJIUCH ILIOCKHE
YIJIEILIACTUKOBEIE 00pasusl Toiamuuaou or 1,3 mo
4,1 mm co cxemou apmupoBanusa [*+45°]g, ordopmo-
BaHHBIE B aBTOKiIaBe u3z npenperop [1-4¥YT 3692,
II-4¥T 3750, Porcher-3692/BC3 20 u BRY-25.

OKCIIEPUMEHTAILHEIE Pe3YJIbTATHI OLIPeIeIeHUs
[IPOYHOCTHBIX U YIPYIUX XAPAKTEPUCTUK YIJIeILia-
CTHKOB IIPY CABUTE B ILUIOCKOCTH JIMCTA LOJIYIaIHu C
WCIIOJIB30BAHUEM PpA3NWYHBIX Haubojiee MIUPOKO
[PUMEHSIEMbIX HA [PAKTHKE CTAHJIAPTOB HCIIBITA-
Hui (cM. TabauIry).

MeTOI[ IepeRalnBaHuA ILIACTHHBI
B deTrbIipexspeHHHKe (Picture Frame Shear)

Mertox mosBossieT SKCIIEPUMEHTAILHO OIpese-
JISTh CABHUTOBBIE XAPAKTEPUCTAKUA KOMIIO3UTOB IIy-
TeM meperarmuBanus 06pasra ¢ KBagparHbpiM pabo-
YUM YYaCTKOM, JKECTKO 3aKPEILUIEHHOTO B IIIApPHUP-
HOU pame (puc. 2).

Crroco6 HarpyskeHus Py IIOMOIUY [IAPHUPHOTO
9eTBIPeX3BEHHUKA — [IE€PBBIM CTAaHAAPTH30BAHHBIN
MEeTOJ SKCHEPUMEHTAIBHOTO OIPENeIeHUA CIBUTO-
BBIX xapakrepucrur kommosurtoB (ASTM D2719,
DIN 53399-2, I'OCT 24778). 9ror Mmeron ObL1 HAU-
6osee BoCTPeGOBAH HA PAHHUX STAIIAX KCCIEHOBA-
HHUU KOMITO3HITHOHHBIX MATEPUAJIOB, KOTIa OTCYTCT-
BOBAJIU JPYTUEe METOMAbI UCHLITAHUN HA casur [14].
Ero nonymsprOCTs pe3K0O CHH3HMIACH C BBEIEHUEM B
SKCHEPUMEHTAIBHYI0 IPAKTHKY METOAA MepeKaliu-
BAHUA OJHOM WJIK ABYX Y3KuX rmosoc u merona Nocu-
mecky. B paborax [1, 14, 15] moapo6HO ommcaHbl
JOCTOMHCTBA M HEZOCTATKH IepBoro meroaa. Orme-
qaerca manumuue mHepasuomepuoro HJIC B pabouen
gacTu 06pasiia ¢ SBHO BBIPAKEHHON KOHIIEHTPAIH-
e pedopManuil ¥ HANPSKEHWN B yriax. B somax
KpPOMOK pabodert yactu o6pasiia, IoMUMO KacaTehb-
HBIX, [PUCYTCTBYIOT M HOPMAJIbHDIE HALPIMEHUA.

1 =0,13%
7= 0,02%

79— 0.18%

Puc. 3. Pacnpenenenus cIBUTOBLIX AedopManui B o6pasiie
¢ pasmepoM paboueii 30HEI ¢ = 100 MM, HOIyIeHHbIE OIITHYE-
cxoit cucremoit VIC-3D

Fig. 3. Distribution of shear strains in the specimen with
the size of the working area ¢ = 100 mm determined by the
VIC-3D optical system

Puc. 4. Xapaxrep paspyienus o0pasiia ociie UCIBITAHNIR
B YETHIPEX3BEHHUKE

Fig. 4. Mode of the specimen failure after the testing in the
four-bar linkage

O6paser, HAarpyKeHHBIM TAKuM 00pa3oM, HE HAXO-
JUTCA B COCTOSHUY YHCTOTO CABUTa, U 3HAYEHUT MO-
Oy HE MOIYT OBITH OLPENeJIeHbI C [OCTATOYHOU
CTEIIEHBI0 JIOCTOBEPHOCTH W3-332 HEOZHOPOIHOCTH
pacipenenieHus CABUTOBBIX HANPSUKEHUU B pafogen
3one. Kax ormeueno B pabore [16], ycnosuem uncro-
IO CIBUTA CIyKUT HE PABEHCTBO AedopManuii, a pa-
BEHCTBO [0 MOJYJII0 PACTATHBAIOIIHNX U CHKHAMA-
OIUX HAUPSKEHUU BAONHh [HATOHAJIEU, II03TOMY
JAHHBIA METOJ, KOPPEKTEH TOJBKO B CILydde paBeH-
CTBa MOJYJIel YIIPYIOCTH B HAIIPABJIEHUAX [HATOHA-
JIEH KBajpara, 4YTO IPAKTHYECKd HEpealus3yeMo
W3-33 PA3IUYUd JKECTKOCTHBIX XapaKTEPUCTHR yIJie-
IUIACTUKOB [IPU PACTHKEHHUY U CKATHH.



54 «3aBoackasa naGoparopusa. [Juarnocruka marepuasios». 2023. Tom 89. Ne 2, Uacrs I

- r o
50
— Pacuer o
« cv=23
B O DKCIepHMEHT 38,5 ITIa z
E 40 ; -
£
= 26,7 TIL Q
E 27,6 TTha e
g 30 S -
5 o
2 8 o ‘
: o
=}
= 8 = —
20
IL4YT 3692 TL4VT 3692 TL4YT 3750 VLS
6=13Mm 0=27Mm LI i T
100x100 Myt 100x100 Myt 50x50 mu 050 pae
10 : ‘

Puc. 5. PesynpraTsl ompefeneHus MOAYIA CABUTA B Iap-
uupHoM detsipexspenuure (I'OCT 24778)

Fig. 5. Results of determining the shear modulus in the
four-bar linkage (GOST 24778)

500

520 MIlIa
406 MIla

400 e

""""" R
361" MIIa e A

300 340 MIIa

8

200 8 ; é é
100 ﬁ . !

II-4VT 3692 II-4YT 3692
d=13mMm 6=2,7Mm
100x100 MM 100x100 mm
0 - =k ="
— — Pacuer Hanps/KeHHH MOTEPH MOHOIHTHOCTH CIIOHCTOTO IaKeTa
—— Pacuer npezena NpOYHOCTH CIOHCTOrO MaKeTa
O DKCHEepHMEHT

IIpesenbHble HApsUKeHHSA 7,,,, MIla

II-4YT 3750 BKV-25
6=13Mm 6 =2,0 mm
50x50 Mmm 5050 mm

Puc. 6. PesyapraTsl onpeneneHus CABUTOBOA IPOYHOCTH B
mapuupHoM YeThipexssennuke (TOCT 24778)

Fig. 6. Results of determining the shear strength in the
four-bar linkage (GOST 24778)

Brum mpoeemensr wcnbiTanms o6pasioB HA
oripejesieHue CABUTOBBIX CBOHUCTB YTJICIIACTUKOB
TI-4¥T 3692, II-4YT 3750 u BKY-25 co cxemamu
apmupoBanus [+45°; u [+45°];,. O6pasusr usro-
rapmuBanu coriaacao ['OCT 24778 ¢ pasmepamu pa-
6oueii soup1 ¢ = 50 m @ = 100 M.

IlosyuenHrie npu HArpy:KEHUU 3HAYEHUS CIBU-
roBbIX med)opMaIiuil MOATBEPANIN HEOTHOPOIHOCTD
HAC gna mamsoro tmma o6pasroB u HATWIHE KOH-
[EHTPAIIMHA CABUTOBBLIX Ae()OpPMAIHE HA KPOMEKAaX
obpasma m ocobeHHO — B yriax pabodell 30HBI
(puc. 3).

Paspyumienne takux 06pasuos, Kak IPABUIO,
OPOUCXOAWIO ¢ 06pA30BAHMEM AMATOHAIBHON Tpe-
[[MHBI, PA3BUTHE KOTOPOU HAYMHAIOCH U3 yria pa-
604eit 30ubI (puc. 4).

6

Puc. 7. Ilpucnocobnenus 1 o0pasiipl 1A HUCILITAHWUN Ha
CABUT MepeKallluBaHWeM [ABYX V3KHX II0OJ0C: @ — II0
ASTM D4255; 6 — mo T’'OCT P 50578

Fig. 7. Fixtures and specimens for shear testing by distor-
tion of two narrow strips: @ — according to ASTM D4255;
b — according to GOST R 50578

B pesynprare ucnsrranuii 06pasmos us yriera-
CTHKOB, ApMHPOBAHHBIX cioaMu +45° nosydeHbl
3HAYEHUA MOLYJA CABHATA U ILpeneia IIPOYHOCTH
(puc. 5 u 6).

Cnenyer ormeruTs, uTo Heoxuopoxuocts HIIC B
paboyeli 30HE B MpOIlecce HATPYIKEHHS 06pasmoB B
YeTHIPEX3BEHHUKE MPUBOAWIA K IIPEIEIEBPEMEHHO-
My Pa3pyLIEHHIO [IPU HAIPIKEHUAX MATEPHUaia, Cy-
L[ECTBEHHO MEHBIIUX He TOJILKO PACYETHBIX 3HAYE-
HHP IIpefesa MPOYHOCTH CIOKWCTOTO MAKera, HO U
HAIPSIKEHUN [MOTEPH MOHOIUTHOCTU. HeuzbeHas
HEOJTHOPOAHOCTH B paboueii 30He 06pasra raxxe Mo-
serT 6BITH CBA3aHA C HEPABHOMEDPHOU Iepenadei
YCHJIMH DPACTSIKEHUA WIHM CKaTud Ha obpaser; mpu
nposegenuu ucnbrranui. [lpu onpexenrenuu Moxy-
JIL CABUTA B Pife CIydaeB HAOGIIONAICA 3HATUTEND-
HBIA Pasbpoc HSKCIePUMEHTAILHBIX 3HAYEHUH, IIPU
sroM Koapurment sapuarnuu (Cy) A OTHEIBHBIX
naprui 06pasnos upesbimain 10 %.

Takum 06paszomM, MeTO[ IIEPERAIINBAHWA ILIA-
CTHHBI B IIAPHUPHOM YETHIPEX3BEHHUKE HE MOKET
OBITH KCIIOJIB30BAH I JOCTOBEPHOTO OIPEAeIeHHS
CABUTOBBIX XaPAKTEPUCTHUK COBPEMEHHBIX YIJIeILia-
CTHUKOB, AapMHUPOBAHHBIX CI0AMEU *=45°.

IlepekammBanne ABYX Y3KHX IIOJIOC
(Three-Rail Shear)

JaHublid MeTOo I [IPeIIoaaraeT KpeljieHnue ILI0c-
KOT0 IPSAMOYTOJBHOrO ofpaspa 6onraMu II0 TpeM
nanpasisionum. O6paser| HATPYKAETC 10 CPeAHeH
HAIIPABIIAIOIEH [IPUCIIOCOBIEHNA, BCIEACTBUE €T
B €r0 ABYX paboumx 061acTax, mpeacTaBIsoIUx CO-
60M OTHOCHTEJILHO Y3KUE I[I0JIOChI, BO3HUKAIOT CIBU-
roBble HaNpseHus 1,,. Harpyska nepeyiaercs 4epes
Harpy:xRaomui 610K mpucrocobienns, CoemuHeH-
HBIN cO cpeaued nonocoi. [lpu npoBegeHUn UCIIbI-
TAHUU [0 9TOMY METOAY 4Yalle BCEero HUCIOIb3YIOT
asa craggapra: ['OCT P 50578 u ASTM D4255 (me-
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Puc. 8. Pactipenenenne casuropeix mgedpopManuii mo nanHe pabodein 30mbI ofpasma cormacao I'OCT P 50578 (@) u

ASTM D4255 (6)

Fig. 8. Distribution of shear strains along the length of the specimen working area according to GOST R 5057 () and

ASTM D4255 (b)

trox B). B sTux cramgaprax cxembl HATPYKEeHUS OIu-
HaKOBHI (puc. 7), a pasMeps! 00pasIoB OTIHYAKTCA

APYT OT Apyra.

Ecmum 8 ASTM D4255 pasmeps! meperammusae-
MBIX ITOJIOC, KOTOPBIE SBJISIOTCA PAO0YMM yIACTKOM

obpasria, cocrasiasor 160 X 25 MM, TO B craHzapre
T'OCT P 50578 150 X 10 mm. Kpome Toro,
T'OCT P 50578 opHO3HAYHO HpPEANHCHIBACT HAJH-
4Ke CTeKJIOILIACTUKOBbIX HAKIANOK B MecTax GoJiTo-
BOTO COEJVHEHUs] HCIIBITATEeILHON OCHACTKUA C 00-
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Puc. 9. Buas paspymenus o6pasioB, HCILITAHHLIX IO Me-
TOMY NEePEeKAIINBAHUA ABYX Y3KHUX IIONOC: @ — CMATHE LIEHT-
PATBHBIX KperekHbIx oTBepeTui obpasua no 'OCT P 50578;
6 — pacTpecKuBaHNe MaTepHana B pabodels obractu obpasia
o 'OCT P 50578; 6 — cMaTue u pacTpecKUBaHue [eHTPAIb-
HBIX KpenesKHbIX oTBeperuil obpasua o ASTM D4255

Fig. 9. Types of the specimen failure tested by distortion of
two narrow strips; ¢ — bearing of the central fixing open-
ings of test specimen in accordance with GOST R 50578;
b — cracking of material in gage area of test specimen in ac-
cordance with GOST R 50578; ¢ — bearing and cracking of
the central fixing openings of test specimen on
ASTM D4255
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Puc. 10. PesynpraThl onpefeneHua MOLYIA CABUTA TIepeKa-
IINBAHUEM JBYX V3KUX IIOJIOC

Fig. 10. Results of determining the shear modulus by dis-
tortion of two narrow strips

pasiom, a 8 ASTM D4255 onu He nipenycMOTpeHbL.
YuurhiBad HEraTHBHOE BIWAHUE OTBEPCTHH GonTo-
BOrO KpeleXa Ha PABHOMEPHOCThL PACIPEAeIeHUS
cABUTOBBIX AedopMmaruii B paboder 30He oOpasina
[17, 18], orcyTcTBHE HARIAOK MOKET CYI[€CTBEHHO
CKA3aThCH HA Pe3yIbTATaX UCIILITAHUH.
HpOBeI[eHHI:IfI AHAJIHU3 MEeTOJ0M KOHEYHBIX 3JIe-
MEHTOB IIOKa3aj, YTo B pabodeil 30He 06pasmos (me-
peKaIrBaeMble MOJ0CHI) He HAGII0IaeTcs OMHOPO-
HOTO pacIIpe/ieIeHus CIBUTOBBIX HALIDAKEHUN U Jie-
dopmanuii, uro 3areMm 6bUIO IOATBEPHKIEHO DKCIIE-
PHUMEHTAILHBIMU U3MEePeHuaMy gedopManui ¢ mo-
mMowmpio onrudeckor ycranosku VIC-3D (puc. 8).
Kpowme Toro, B nponecce ucusiranuii oTaenbHbIX 06-
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O Dkemepument mo OCT P 50578

Puc. 11. Pesynprare!l onpefeneHus CABUTOBOH IIPOIHOCTH
TepeKalInBaHueM IBYX Y3KHUX II0TI0C

Fig. 11. Results of determining the shear strength by dis-
tortion of two narrow strips

pasIoB IIPOMCXOAWIIO YACTHYHOE pA3pyIIeHHE B
LEHTPAILHBIX KPEIeKHbIX OTBEPCTHUAX B BHAE CM-
THS U PACTPECKUBAHUA MATEPHANIA, YTO CBUETEb-
CTBYET O 3HAYUTEIBHOM BIWSHHHU STHX OTBEPCTHU
HA paclpejeieHue COBUTOBBIX AeopManuii u Ha-
npsxeHnd B pabodeii 30He 06pasios (puc. 9).
Crnepyer oTMeTuTh, 9TO HEOLHOPOLHOCTHL CHBH-
roBBIX AedhopMALU U HANIPIKEeHUN B pabodent 30He
00pa3moB, BHI3BAHHAA HAIWYHUEM KOHIIEHTPATOPOB
HANPSIKEHUM OT KPEIeKHBIX OTBEPCTUH, CYIIecT-
BEHHO CKA3AJIACH HA Pe3yJbTaTaxX YKCIIEPHMEHTAIb-
HOTO OIPEAENICHHUs MOAYJIS W Ipefeia [IPOYHOCTH
YIVIEILUIACTUKOB IIPU CABUTE B IZIOCKOCTH JIUCTA.
Iloy4yenupre npu wmcobrranuax o6pasoB U3
PAa3IMYHBIX YIVIEILUIACTHKOB, APMHUPOBAHHBIX CIIOH-
MU *+45°) 3HAYeHWS MOAYJA CABUTA WMENH 3HAYU-
TeJIBHBIN pasbpoc, IPHU HTOM BeIWYHHA KoS(uru-
€HTA BAPUALIMY B ONHOU U3 MapTUi 06pasiioB Z0CTH-
rana 26 %, 94T0 ABIHETCA HEIPUEMJIEMBIM IS 0C-
TOBEPHOTO OIIPeeIeHus 5ToTo mapamerpa (puc. 10).
OKCIIEPUMEHTAILHEIE 3HAYEHUA PA3PYIIAIINX
HANPSIKEHUM YIVICIUIACTHKOB TAK JKe, KAK U B CILy-
4ae WCHBITAHWUU [0 METOAY IIePeKAlINBAHUA ILIA-
ctuHbl B yerbipexsBenunke (Picture Frame Shear),
ObUIM CYIIECTBEHHO HIIKE HE TOJBKO PACYETHBIX
[IPEJENIOB [IPOYHOCTH CIOWCTOrO I[IAKeTa, HO W Ha-
npssxeHun morepu moHoiautHOcTH (pme. 11). Ilpu
9TOM [JIA BCEX HCCIIELYyEeMBIX YIJIOILIACTUKOB pe-
3YJILTATEI OLPENEICHUs CABUTOBOU IIPOYHOCTH IIPU
ucnbIraHuax o6pasmos, uarorosienssix o 'OCT P
50578, 6bUIH CYIIIECTBEHHO BHIIIIE, Y€M IIPU HCILITA-
HHAX 00pasroB, noaydeHusx mo ASTM D4255.
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Puc. 12. Ilpucnocobnernue Wyoming shear-test fixture ¢ 06-
pastiom cormacao ASTM D5379

Fig. 12. Wyoming shear-test fixture with the specimen ac-
cording to ASTM D5379

IlepexammBanre MIACTHHBI
¢ V-00pasHBIM BBIPE30OM —
meron Hocumecky (Iosipescu Shear)

Meron npemsosxen B 1967 r. [19] u cuHauana uc-
IIOJAB30BAJICA OJIA OHpeI[e.TIeHI/IH CI[BHI‘OBOI:I HpO‘{HO-
CTHu I/IBOTPOHHLIX u OI[HOpOI[HI:IX MaTepI/Ia.TIOB, TAKUX
kak Metaiuipl. McobrrarensHsii ofpaser; — npamo-
yI‘OJII:HaH ILTACTHUHA C paCHOJ’IO?KeHHI:IMI/I Ha HpOTI/I-
BOITIOJIOKHBIX TOPLAX V-00pasHbIME BBIPE3aMU IO
yriamu 90°. C cepepunnr 1980-x rogos [20, 21] sTor
MeTox 6bLT aJaNTHPOBAH JJIA UCIBITAHUN 06pasIios
W3 KOMIIO3UIIMOHHBIX MATEPHUAIOB W paspaboraHa
COOTBETCTBYIOIAA OCHACTKA IS HCObITAHAU WYyO-
ming shear-test fixture (puc. 12), uro crocoberBo-
Banmo cramjapruzanuu meroga (ASTM D5379-93).
Ha ceropmsammuwii meHp CyIIecTBYIOT HECKOIBKO
CTAHAAPTOB HA OCHOBe Merona Hocuriecky, B TOM
yuciae ASTM D5379 u I'OCT P 56799-2015, xo-
TOpBIe Hauboiee MHUPOKO UCIOIB3YIOT B IIPAKTHKE
I/ICHI:ITaHI/Iﬁ KOMIIO3UTOB HpI/I CABUTE B ILJIOCKOCTH
JucTa.

TeM HEe MeHee€ BO MHOTHX HCCIeJO0BAHUAX yCTa-
HOBJIEHO, YTO JAHHBIA METOJ UCIIBITAHUU JaTeK0 He
AJId BCEX KOMIIO3HMIITUMOHHBIX MaTepI/Ia.TIOB u cxeMm
apMHUPOBAHUA CI0EB 00eCIIeYnBaeT PABHOMEPHOE
pacipeneiieHre CABUTOBBIX HAPIKEHUN B paboueit
gactu obpasma [18, 22]. B [23] ykazano ma Hamwu-
qpe MeKCI0eBbIX nedopMaruii B 06pasiie, KOTophie
MOTYT OKa3blBATh KPUTHYECKOE BIMAHMWE HA Xa-
paxrep paspymenua. Ormeueno [24], uro BosmericT-
BHE€ HCIBITATEILHON OCHACTKM BBI3HIBAET GOKOBYIO
HGYCTOEI‘{I/IBOCTL " BOZHUKHOBEHUE HEeXeJAATSJIbHBIX

Puc. 13. Pacmpenenenne ¢iBuroBbix geopMaliuii B o6pas-
e u3 yraemtactuka BKY-25 mo ASTM D5379 npu Harpys-

rax: ¢ — P=069xH (P=0,11P,,); 6 — P=440xH
(P = 0,70P,,,)

Fig. 13. Distribution of shear strains in the specimen from
VKU-25 CFRP according to ASTM D5379 at the following
loads: @ — P = 0.69 kN (P = 0.11Py;,.0.); b — P = 4.40 kN
(P = 0'70Pfailure)

w = 0430 mm

—-0,024

Puc. 14. Pacmpenenenne mepeMelieHuii B o0pasiie B TpaHC-
BepcaNBHON IIOCKocTH u3 yrmemnactuka BRY-25 mo
ASTM D5379 mpu marpyske P = 4,40 kH (P = 0,70P__)

pas

Fig. 14. Distribution of displacements in the specimen
from VKU-25 CFRP in the transversal plane according to
ASTM D5379 at the load P = 4.40 kN (P = 0.70P;1..0)

atperTor B mporiecce marpyskenus obpasma. B uc-
crnenoBaHuAX, BbINONHEHHBIXx B Wyoming Test
Fixtures, Inc. [25], peromMeHnayeTcs HCIOIL30BATH
meron Mocuecky TOIBKO [JIs ONPEAEeIeHUA CABUTO-
BBIX CBOMCTB OJZHOHAIIPABIEHHOIO KoMmoauta. s
paspylieHns KOMIIO3HIMOHHEBIX 06pasiios, apMupo-
BAHHBIX II0[ Pa3JIUYHbIMHA YIJIAMHU, C 60J1ee BBICOKHU-
MU CABUTOBBIMH IIPDOYHOCTHBIMHA CBOHCTBAMU Tpe6y-
erca O0JIbIIAA HATPY3KA, YTO MOJKET IIPUBECTH K
PaspyLIEHUIO TOPLOB B 30HE BO3AEMCTBUS HCIILITA-
TEJILHOY OCHACTKHM HA 006paserr.

B nauuoi pabore B nponecce ucnniranuii 06pas-
0B, M3TOTOBJIEHHBIX Mo crangapry ASTM D5379,
n3 yraemtacruro 11-4¥T 3692, II-4YT 3750 m
BHRY-25 co cxemamu apmupoBanus [ +45°%]q; [+45°],,
u [+45°],3 yCTAHOBJIEHO, YTO HA HAYAJILHOM 3Talle
WX HATPYKEeHUA IIPU OTHOCUTEILHO HEeOOJIBIINX 3HA-
YeHUAX HATPDY3KH MaKCHMaJbHbIC CIBHUTIOBLBIC [I€-
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Pacciaoenne MaTeprana
E BEpXHEM VIV =
V- obpazHoro EbIpesa

Puc. 15. Xapaxkrep paspyiurerusa o0pasiia mocie UCIIbITAHNI
mo ASTM D 5379

Fig. 15. Mode of the specimen failure after the testing ac-
cording to ASTM D 5379

50

O — Pacyer
o O OxcnepHMeHT

S 40 i -[cr=12% | 38,5TTa
E ofler=13% |~
o 8 O]
8 8 8
£ 20 26,7 T oda
s
& 8 g o
2 _a—.—& {
B 27,6 THa Ol ley=1om
2 . ©
S 20 4 | |

T-4YT 3692 | T-4YT3692 | I-4YT3750 | I-4VT 3750 BKV-25

F=13MM 5=27 MM =27 MM &=41MM F=20Mm

10 -

Puc. 16. Pesynbrare! onpegeneHus MOLYIA CABUTA II0 Me-
tony HUocunecky

Fig. 16. Results of determining the shear modulus by the
Tosipescu method

(bopMaHI/II/I U COOTBETCTBEHHO HAIIPAMEHWd BO3HU-
Kamu B pabodeM ydacrke, T.e. B 06JaCTH MEEIY
V-o6pasubivu Beipesamu. OqHAKO ¢ POCTOM HATPY3-
KU 30HA MAKCUMAJIBHBIX Ae()OPMAIUi CMECTHIACEH B
yribl V-00pa3HbIX BBHIPE30B, MPUMBIKAIINX K TOP-
mam o6pasiia, Kax nokasano Ha puc. 13. Kpome Toro,
BO3JIEUICTBUE HCHBITATEIHLHON OCHACTKHU IPUBOAMIIO
K «CKPy4MBAaHUIO» 00pA3[OB, 4TO MOJKHO IIPOCie-
JUTH 110 PACIIPEIeICHUIO [IePEMEIeHINI B TPAHCBED-
canbHOU wiockocTH (puc. 14), ¢ mocmeaymommM pac-
clavBaHueM Marepuana B ofsacru ToproB. Xapak-
Tep paspyuieHus o0pasIoB HpeacTaBieH Ha puc. 15.

Heoguopoguocrs HIC npu caeure B paboueit
gactu 00pAasoB U3 YIVIEILUIACTUKOB, APMUPOBAHHBIX
cnosimu +45° a TakKe BBISABIEHHAS OITHIECKUM
METOA0M KOHIIEHTpAIIUA HATIPIKEHWH B yIiax nepe-
XOZHOM 30HBI BOIM3Y HATPY30YHBIX [LIACTHH CyIe-
CTBEHHO IIOBJIMAJHA HA Pe3yabTaThbl UCIIBITAHUUA II0
merony Mocumecky. OKClIepUMEHTANBHEIE 3HAYECHUS
MOJZYJIS U IIpejena [IPOYHOCTH II0KA3aHbI HA puc. 16
ul7.
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Puc. 17. Pesynbrarbl onpepeneHus MPOYHOCTH CABUTA II0
merony Hocumnecky

Fig. 17. Results of determining the shear strength by the
Tosipescu method

Suavenus monyns cusura (,,, olpesieleHHbIe C
HCIIOJIb30BAHUEM TEH30PE3UCTOPOB, HMEKT O60Ib-
uroi pasépoc. Ilpu sToM cpengHue ero 3HAYEHUS IS
napruii o6pasno us npemperos 11-4¥YT 3692 u
11-4¥T 3750 cyuiecTBeHHO IPEBBIIAIT PACIETHBIE,
a cpemHMU MOAYJNb 00pAa3LOB K3 YIJEIDIACTHUKA
BRY-25 ronmuuoii 2,0 mm Ha 36 % HuKE pacyeTHO-
I'0 3HAYEHU,

Heoguopoguocrs HIIC u BhIsAiBIEHHAA KOHITEH-
TpanuA HANPSKeHWH B YIJIAX [I€PEXO0JHOMU 30HEBI yTI-
JIOILUIACTHRKOBBIX 00PA3I0B CO CXeMaMy apMUpOBA-
Hud [+45°]g cyIIecTBeHHO NOBIWAIN HA PEe3y/bTa-
THI SKCIIEPUMEHTAILHOTO OLpeJeIeHus [npenesia
IPOYHOCTH Ty, 10 craspapty ASTM D5379. Ilomy-
YeHHBIE 3HAYEHHUS PA3PYIIAONUX COBUIOBBLIX HAa-
HPAKeHUN 6bLIH 3HAYUTEIHHO HIGKE HE TOJBKO pac-
YOTHBIX 3HAYEHHUHN IIpefena IIPOYHOCTU CIOUCTOrO
[aKera, HO M HANPIKEHHUH II0TePH MOHOJIHTHOCTHU
(cm. puc. 17).

IlepexammBanne MIACTHHBI
¢ V-o0pazubiM Bbipesom — ASTM D7078
(V-Notch Rail Shear test)

Kak ormeueno Bwime, npumeHenue wMeroxa
Hocunecky pis ucnsiTaHuil HA CABUT KOMIIO3UTOB
OrPAHMYUBAET BEJIUYMHA HATPY3KU, KOTOPAA IIPHU-
RJIAABIBAETCA Yepe3 OIOPHEIe TOPLLI 00pasma u Mo-
JKeT HPUBOIAUTHL K JOKAJIBHBIM paspyrueHuam. s
OJHOHAIIPABIEHHBIX KOMIIO3UTOB CHBUIOBAA IIPOY-
HOCTH B IUIOCKOCTH KMEeT OTHOCHTEIHHO HHU3KUE
snagenus (t,, < 100 MIla), nosromy Harpysexue
Topria ofpasia m3 TAKOT0 Marepuaia OOBIMHO He
npezacrasifer HUKakux mnpobiaem. Ecnu xommosuriu-
OHHBIE MATEPHAILI APMUPOBAHEL IO PA3IMIHBIMU
yriamu, HanpuMep, =45°, ux cABHArOBas IPOYHOCTH
3HayMTe bHO Bbine (v, = 400 - 500 MIIa) u npo-
BECTH KOPPEKTHBLIE WCIIBITAHUSA, HCIIOIL3YS CIOCO0
[PUJIOMKEHNA HATPY3KHM HA TOper, 4acro OniBaer
HEBO3MOJKHO.
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Cramgapr ASTM D7078 ma ocHOBe MeTOza Iie-
PeRANIMBAHUA IUIACTUHBL € V-00pasHOU IIPOTOY-
koui — mocnenuui w3 ASTM gna onpeneneHus
HquHOCTI/I U ¥EeCTKOCTH KOMIIO3UIIMOHHBLIX MaTe-
puasios 1ipu casure. Ilo cyiiecTBy oH npejcrasiser
coboii KoMOGMHANMID ABYX MeromoB: Hocurmecky —
TIosipescu Shear (ASTM D5379) u «mepexariu-
BaHWE OJHOM y3KoHM monocel» — Two-Rail Shear
(ASTM D4255). Ilpu sTom crmenaHa MOMBITKA 06b-
€INHUTL JOCTOMHCTBA U ychaHI/ITI) HeAO0CTATKHU Ka-
JJIOTO M3 BTUX MeTomoB [26, 27].

Paspa6orurku meropa npeaHaMepeHHO YBeEIH-
YHWIM MIUPUHY 00pasna o CPABHEHUIO ¢ 06pasnoMm
mo merony Mocumecry (ASTM D5379M), uro6s1
obecrieauTs GOJIBIIYI0 30HY PABHOMEPHBIX CABUIO-
BbIX HANPSAMKEHWM MeIy I[poTodKaMu. Harpyska
repejaerca depes GOKOBbIE IIOBEPXHOCTH TaK Ke,
kak u B craagapre ASTM D4255. Saxsarmoe
YCTPOMCTBO IIPEAYyCMATPHUBAET [BE MAPhl IPUKUM-
HBIX IUTACTHH ¥ (PUKCHPYIOINe BUHTEL B 10 jxe Bpe-
M#A OTBEPCTUA B JAHHOM 00pasie OTCyTCTBYIOT, 9TO
ychaHHeT BepOHTHOCTL BO3HUKHOBEHHUA COOTBETCT-

20

Puc. 18. Vcnerrarenbaas ocHACTKA U 06pasel o cTaHaap-
Ty ASTM D 7078

Fig. 18. Test tooling and the specimen according to
ASTM D 7078

BYIOIIIMX KOHIleHTparui manps:xenuin. Ob6pasen u
OCHACTKA JIJI1 UCIILITAHUY II0KA3aHbI HA puc. 18.
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Puc. 19. Pactpenenenne ¢IBuroBuix medopMaiiuil 1Mo AIuHe pabodedl 30HBI 06pasiia, M3TOTOBIEHHOTO mo crammapty ASTM

D7078 us yrnennacrtuxka BKY-25

Fig. 19. Distribution of shear strains along the length of the working area of the specimen fabricated from VKU-25 CFRP ac-

cording to ASTM D7078
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Puc. 20. Bugsi paspymrenns o6pasiios, HCIBITAHHEBIX 10 Me-
TOLY TIePeKAINBAHUA IUIACTHHBI ¢ V-00pPasHBIM BBIPE3OM:
a — «BBITIONI3aHNe» 00pasIia U3 3a:KUMHBIX TYO0K; 6 — Xapaxk-
Tep paspyliueHusa obpasua 6e3 3aM[UTHBIX HAKIAT0K

Fig. 20. Failure types of the specimens tested by the
V-notch plate distortion: ¢ — “sliding” of the specimen out
of the clamping jaws; b — failure mode of the specimen with-
out edge molding

B page pabor, manpuwmep, [25, 28, 29] yrBepx-
IAeTCH, 9YTO HKCIIOAb30BAHKE AAHHOrO ofpasma c
V-06pasHoil MPOTOYKON YMEHBINIAET KOHI[EHTPAIIHH
HANPAKEHUH OKOJI0 HArpy304YHBIX IIJIACTUH M II03-
BOJIHET JOCTUYbL OTHOCHTEIBHO OJHOPOJHOIO pac-
[pefeseHUsl COBUIOBLIX HALPSKEHWNU B paboden
30HE [aJKe [pY HATPYKeHuU 06pasloB U3 KOMIIO-
3UTOB C 0oJiee BLICOKMMM 3HAYEHUSMHU CIBHATIOBOKU
[POYHOCTH,

PesynbpraTbl pacuera U SKCIEPUMEHTAIBHOTO
onpenenenns HIC o6pasoB, W3rOTOBIEHHBIX ITO
craamnapry ASTM D7078 us yraemnacrukos Por-
cher-3692/BCoO 20 u BKY-25 u apmupoBaHHBIX
caoamu *+45° moaydeHHbIe B AaHHOU pabore, IMoKa-
34JIM, YTO MAKCHMAJbHBIE CABHUTOBBIE AedopManun
BO3HUKANIHU B pabouen 30He 06pasma MexLy [IPOTOY-
ramu (puc. 19). OgHAaKo B Iporecce UCIILITAHUMA [IPU
OOCTHIKEHUN HATPY3KH, OJIU3KOM K paspylIarolied,
[POUCXOAUIIO «BBINOI3AHUE» 06pasa u3 3aKUMHBIX
rybOK u3-32 HAJIWYKA KPYTALLEro MOMEHTA B IUIOC-
roctu obpasna (puc. 20, a). B srom cimyuae soHa
MAKCHUMAJIBHBIX He(opManmii MOTIa CMEeIIAThCH K
OIHOMY U3 Kpaes pabodero yuactka (Bepmmue V-06-
PAa3HOro BBIpE3a), B TO BpeMs KAK HA POTHBOIIO-
JIOKHOM CTOPOHE pabovero y4acrra (PUKCHPOBAIUCH
MuHEMAIbHBIE medopmvarmu. [Ipu sTom paspyire-
HUe 06pasloB, KAK IPABUIIO, [IPOUCXOAUIO B BHUJIE
TPEIIUHEBI, PACHPOCTPAHAIONIENCH OT BepPIINHBI
V-06pasHoro BeIpesa, Kak noxkasano Ha puc. 20, 6.

IlonygenHrle B pesyiabrare WCIBITAHUW 110
craagapry ASTM D7078 o6pasios u3 yriemiacru-
KOB, apMUPOBAHHBIX ClI0AMU *+45° 3HaYeHWs MOAY-
JI W Ipefena POYHOCTH IIOKA3aHBI Ha puc. 21.
Cnegyer oTMeTHTD, YTO HEPABHOMEPHOCTH pacIpe-
nenenuss HJIC B paboueir 30He 06pasios 6buia 3a-
METHO HHUKE, 9YeM IIPDU HUCIIBITAHUAX I10 APYTUM CTaH-
AapraM, HO TeM He MEHee HEeraTuBHO BJIKAJIA HA pPe-
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Puc. 21. Pesynprarel ompemenenus MOAYIa casura (a) U
npounoctu casura (6) mo ASTM D 7078

Fig. 21. Results of determining the shear modulus accord-
ing (a) and strength according (b) to ASTM D 7078

3yNbTAThl SKCIEPUMEHTAJILHOIO OIpPefeleHus MO-
Jynd W Ipefela MNPOYHOCTH YTJIEIUIACTHKOB IIPpH
CIBUTE B ILJIOCKOCTH JILCTA.

CpaBHHUTEJLHBIH aHAJIHN3 Pe3yILTATOB
SKCIEePHMEHTAILHOTO ONpeneIeHU T
Pa3IHIYHBIMH METOJAMH CABHTOBBLIX
XapPaKTEPHUCTHK YIJICIUIACTHKOB

Brmmonnenusi B gamHoir pabore 3HAYUTEND-
HBIA 00bEM HCHBITAHWE 00pPa3L0B, U3TOTOBIEHHBIX
W3 9eThIpex MATePUaioB B COOTBETCTBUU ¢ Tpebosa-
HUAMU Hawbojee PACIPOCTPAHEHHBIX CTAHAAPTOB,
[I03BOJIKJI IIPOBECTH CPABHUTEIBHBIN aHAIUS TOCTO-
BEPHOCTH PA3JIMYHBIX METOIOB OIIPENEIeHHs [IPOd-
HOCTH HA CABUT B ILIOCKOCTH JIMCTA YIIEILIACTUKOB,
apMHUPOBAHHBIX clIoAMHu +45°,

Ha puc. 22 npepcraBieHbl pesyibTaThbl JKCIIE-
PHUMEHTAILHOTO OLPENeIeHUS CHABUIOBOM IIPOYHO-
CTH YIVICIUIACTHUKOB PA3JIMYHBIMU METOZAMU, KOTO-
pble HOPMAIU30BAHBL K PACYETHHIM 3HAYEHUIM IIpe-
Jejna IPOYHOCTH CJIOUCTOrO IaKera (3HAYEHHUAM
[pPEeAENbHBIX HANPIKEHUH, [IPX KOTOPBIX [IPOUCXO-
JUT PA3pPbIB BOJIOKOH XOTH GBI B OAHOM U3 CJIOEB, YTO
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CYHUTAETCSH IIOJIHBIM KCYEPIIAHUEM HEeCyIel crocob-
HOCTH CJIOMCTOTO IIAKeTa).

IIpoBenenuniii ananus BIMAHUA METOLOB UCIIBI-
TAHWUU U COOTBETCTBYIOIIUX MM CTAHZAPTOB HA JOC-
TOBEPHOCTD OILIPEJEIeHHUs CABUTOBBIX CBOUCTB BEICO-
KOMOZYJIBHBIX YIJIEIUIACTUKOB IIOKA3aJ, 4TO 3HAYe-
HHA IIPOYHOCTH, Hamboiee GIM3KHE K IIPOTHO3ZHUPY-
eMBbIM, IIOJIy4eHBI Ha 00pasnax, BBIIOIHEHHBIX II0
craugapry ASTM D7078 ua ocHoBe MeTona mepexa-
LIWBAHUSA [LUIACTHHEI ¢ V-06pasHou poToukoi. B To
JKe@ BpeMs MeTOABI IIePEKAIIMBAHUA ILJIACTUHBL B
mapaupaoM gereipexsBennuke (['OCT 24778;
ASTM D 2719) u Hocunecky (ASTM D 5379 u
T'OCT P 56799) ogHo3HAYHO HE MOTYT OBITH HC-
[I0JIB30BAHBI I JOCTOBEPHOTO OLPE[eIeHUus IPod-
HOCTHBIX XaPAKTePUCTHUK IIPU COBUTE COBPEMEHHBIX
YIJIEIIACTUKOB, APMUPOBAHHEIX ciosaMu +45°,

BriBoabI

HpOBeI[eHI:I HUCIIBITAHHWA II0 PA3JIudIHBbIM METO-
JaM Ha CABUI B ILIOCKOCTH jmcra 125 miockux 00-
pasnoB, HU3TOTOBJICHHBIX W3 YeThIpeX yIJIeliaCTu-
KOB, apMUPOBAHHBIX CJIOAMU *+=45°.

Y CTaHOBIIEHO, YTO HU OJIVH U3 PACCMOTPEHHBIX B
JAHHOW paboTe CTAHAAPTU30BAHHBIX METOI0B HE
obecrieauBaeT PABHOMEPHOIO PACIIPEAEIICHUS CIBU-
TOBBIX HAIPMKEHWH B pabodel 30HE HUCILITHIBA-
emoro o6pasna. Boisee Toro, B porecce UCIbITAHNN
BCEeMHU HCIIOJIb3yeMBbIMH METOAAMH BBIABJIIEHBI pas-
HOTO poOja 30HBI KOHIIEHTPAIWN HAIPIKEHUH:
30HBL, IPUJIETAIOIINE K OTBEPCTHAM; 30HbI KOHTAKTA
C MEeTAaIIWIEeCKOM WCIBbITATEIbHON OCHACTKOM IIpH
nepejade yCUiIui Ha 00pa3ell; 30HbLI, [IPUIETAOIINe
K BepmmHaM V-06pasHoii mporouku. Bemwauns: me-
dopManuil u HANPAKEHUA B TAKKX 30HAX, KAK MIpa-
BHJIO, CYIIIECTBEHHO mpeBbimanu oxHoponuoe HIIC
B pabouell 30He, YTO LIPUBOAWIO K IIPEKIEBPEMEH-
HOMy paspyuienur obpasnos. B pesynsrare sroro
IIOJIy9YeHHbIE€ 3HAYeHHUd Pas3pyIIarInuX CIBHTOBBLIX
HALPSIKEHNH YIIeIIACTHKOBLIX 00pa3IioB CO cxeMa-
Mu apMupoBanud [+45°]s, onpenenennrie B nporec-
€€ WCIIBITAHUM, YACTO GBLIM CYIIECTBEHHO HUKE He
TOJBEO PAacCYeTHBIX 3HAYECHUU npenea npo4YHOCTH,
HO U HaHpH?KeHI/Iﬁ IIoTepHr MOHOJUTHOCTH CJIOUCTOTO
naxKeTra, IPOTHO3UPYEMBIX II0 CBOMCTBAM MOHOCIOS
HA OCHOBE KJIACCHYECKOU TEOPUH JIAMUHATOB.

Heoguopoguocrs HIIC B pabouent 3ome o6pas-
OOB CYLIECTBEHHO BJIHNAJIA U HAd TOYHOCTH OIIpeneie-
HUSA YIPYTHX XapaKTePUCTHR IIpu casure. B cAzum ¢
TeM, 9YTO MOAYJIb CABHUTA OIIPeAeJIfAJIn IIPU IIOMOIIHA
TEH30PE3UCTOPOB, IOKPBHIBAKIINX CPABHHUTEILHO
He6obBINyO momansk 06pasia, 061acTh H3MepPeHui
MOIJIA OKA3aThCA KAK B 30HE MAKCHMAJIBHBIX, TAK U
MUHUMAIGHBIX gedopmariuii, BenepcrBue 3roro
SHaA4YEeHUd MOAYJIA CABUTA, OIIpeaeJIeHHbIe C UCIIOJIb-
30BAHHMEM TEH30PE3UCTOPOB, XAPAKTEPU30BAIKCDH
6oapmmm paszépocom. Ilpu sTom cpepHue 3HAYCHUA
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Puc. 22. HOpMaJII/IE}OBaHHBIe 3HAYEeHUA C,Z[BI/II‘OBOfI IIPOYHOC-
TH, OIIpeAe/IeHHbIe PA3TUNYHBIMYI MeTOdaMH1

Fig. 22. Normalized values of shear strength determined
by various methods

MOIYJISi CABWTA JJI PA3NYHBLIX HAPTHH 06pasios
MOTJIM KaK IIPeBhIIIATDL PACYIETHLIC SHAYCHHUA, TAK U
OBITH HUIKE HX.

Haufonee BbiCOKMe 3HAYEHHS IpeAeia IPOY-
HOCTH IIDH CABUIC B ILJIOCKOCTH JIUCTA 6])IJ'II/I IIoJry-
YeHBbI Ha 06pa3uax, HUCIIBITAHHBIX IIO CTaHAAPTY
ASTM D7078 ma ocHOBe METOHA IIEPEKAIIUBAHUN
wracTuHbl ¢ V-06pasuon mporoukoi. Meroasr nepe-
KalllWBAHUSA IIJIACTUHBI B MIAPDHUPHOM Y€ThIPDEX3BE€H-
muke (I'OCT 24778; ASTM D2719) u Hocumecky
(ASTM D5379 u T'OCT P 56799) He peroMeHAYIOT-
¢Sl UIA JIOCTOBEPHOTO OIPEAENEHUs I[IPOYHOCTHBIX
XAPaKTEePUCTHUR IIPDU CABUTE€ COBPEMEHHBIX yTIJIeILIa-
CTHKOB, apDMHUPOBAHHDBIX CI0AMEU +45°.
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BJINAHUE OKHCJIEHUSA HA MEXAHHYECKHE CBOHCTBA
N COCTOAHME ITOBEPXHOCTH FHAPOIIPOYHOI'O
THTAHOBOTI'O CIIJIABA BT41
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CraThs OCBAIIEHA HCCICTOBAHNIO BIUIHUI OKUCICHUT IOBEPXHOCTH 00pA3ioB U3 jRApOIIPOY-
HOTO TUTaHOBOTO ciutasa BT41 mpu KpaTKOBpeMeHHBIX BEIIEP:KKAX B TUATIA30HE TEMIIEPATyp OT
300 1o 900 °C B meun ¢ BO3LyIIHOM aTMocdepoi, a Takke OKUCTICHNT 00pA3LOB 0TI BAKYYMHO-
TO OTKUTA Ha UX MexaHWIecKue cBoHcTBa. OFLeKTOM HCCIENOBaHUA ABJIANNUCE IPYTKH AUAMET-
poM 23 MM 1 ucThI ToaHoR 1,0 MM B 0TOX:KeHHOM cocToaHnN. MexaHudecKue CBONUCTRA IIpH
KOMHATHOH TeMIIepaType OIPEIe/IsId TOCPEICTBOM UCIBITAHNN HA PACT/KEHUC CTAHTAPTHEIX
06pasIIoB ¢ pabouell YacThio ITUPUHON 5 MM U HCHILITaHWH Ha u3rub. VcenenoBaHnsa IOBEPXHO-
CTH 06PA3I0B U U3I0MOB IIPOBOAWIN METOLOM PACTPOBOH HIIEKTPOHHON MUKPOCKOIIAH. DKCIIEPH-
MEHTANBLHBIE NAaHHEBIC TO3BOMWIN COIOCTABHTL HU3MCHEHWE ITBETOB IIOGCIKANIOCTH ¢ XapaKTe-
PHCTHKAMH ILTACTHYHOCTH, 4 TAKKE ¢ BeIMINHON OXPYITICHHOTO alb(pHUPOBAHHOTO CIOA. ¥ CTa-
HOBJIEHO, UTO CYIIECTBEHHOE HM3MEHEHUE XapaKTEPUCTUEK ILIACTHYIHOCTH 06pA3IoB IPU UCIIBI-
TAHUIX HA pacTEKeHUe IPOUCXOIUT TOCIe Harpesa 10 Temmuepatyp 6onee 500 °C (romy6oit 1ieT
¢ MeTammaeckuM 6reckoM). IloapneHue BBIpaKeHHEIX ITBETOB TOOGEIKATOCTH IIPABOAUT K YBEIH-
YEHUI0 AUCIEPCHU 3HAYCHUN KPATKOBPEMEHHOH NIPOYHOCTH W YIVIa u3ruba. YToa maruba Jmc-
TOBBIX 00PA3LOB CYICCTBEHHO CHIDKACTC ¢ IMOBBIIIEHHEM TEMIIEPATYPHI BO3NEHCTBHA 10
800 °C. Tounoe ompeneneHne TOMIIAHEI TA30HACHITICHHOTO (ATH(hAPOBAHHOTO) CIOS IIPU OTHO-
CUTEIHLHO HeGOMBIINX TeMIIEPATyPax BO3AeHCTBII METOIaMU MeTa/LTorpadgun 1 hpakrorpadpuu
CYIIIECTBEHHO 3aTPYAHEHO, IIOATOMY ¢ IPAKTUIECKOH TOUKH 3PeHU 0 IVIyOuHe anb(hIpPOBAHHOTO
€TI0 MOYKHO CYIUTSH TI0 I1BeTaM nobesxanoctu. [logBreHnre BETOR OBEIKATIOCTH CBETIO-KEITOTO
OTTEHKA ¢ METAILIHIECKIM 6JICCKOM HE IIPHBOAUT K CYIIeCTBCHHBIM H3MCHEHUAM MEXaHUICCKIX
CBOHCTB.

Kmo4deBblie c1oBa: xapoIpouHbie TUTAHOBEIE CIUIABHI; ATL(UPOBAHHBIN CI0H; TA30HACKHIIIEH-
HBIU CJIOH; OKUCICHUE; OKCUIHAS IVICHKA; PYTHI; MEXaHUIeCKUe CBOHCTRA,

EFFECT OF OXIDATION ON MECHANICAL PROPERTIES
AND SURFACE CONDITION OF HEAT-RESISTANCE TITANIUM ALLOY VT41
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The present article dedicated to influence of oxygen affected zone of VT41 heat-resistant titanium alloy’s
samples. The samples were made of @23 mm rods and 1 mm thick sheets and processed by short term
heat treatment at 300 — 900°C in atmosphere furnace. Mechanical properties of samples were measured at
room temperature by straining (rods) and bending (sheets) Surface of fractured samples were studied by
means of TEM. The results of the present work gave an opportunity to match the temper colors of the
samples with the temperature of heat-treatment, mechanical properties and the depth of fragile oxygen
affected zone. The dependencies of relative strain and reduction area versus heat-treatment temperatures
were determined. It was defined that a critical changing of plasticity’s characteristics appears at heat-
treatment temperature above 500°C. The appearance of bright temper colors leads to enlarging of disper-
sion of ultimate stress and critical bending angle. When temperature of annealing goes up to 800°C the
bending angle of sheet-samples decrease significantly at room temperature. As accurate measuring of the
depth of oxygen affected zone and thickness of TiO, layer by means of optical metallography and fracto-
graphy at low temperatures is seriously complicated than one could qualify a depth of oxygen affected
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zone on the spot by determining an annealing colors. The appearance of bright yellow annealing colors
with metal shining didn’t bring any critical changes of mechanical properties.

Keywords: heat resistant titanium alloys; oxidation; oxygen affected zone; gas-saturated layer; oxygen

layer; rutile; mechanical properties.

Beenenne

Ha nosepxuocrax mexanmdecku o6paboraHHBIX
JeTajed M3 THTAHOBBIX CIUIABOB BO3HHUKAET TOHKAS
OKCHAHAA IUJIEHKA, COCTOSINAS W3 OKCHUAA THTAHA
TiO, B pasiudHbIX KPUCTALIOIPAQUIECKUX MOIH-
dukanuax (pyrwia, anaras, 6pykur) [1]. Moaudu-
Kanus OKCHAHON IUIGHKH OILPEeIesieTcsi KOHKDET-
HbIMU yciaoBuaMu ee obpaszoBanuma. Tomnmuna ien-
Ku, 060pa30BAHHOU HA BO3AYyXe [P KOMHATHOM TEM-
neparype, cocrapiser 2 -6 aMm. OKCHIHBIN CII0H
XUMUYECKH CBI3aH ¢ OCHOBHBIM METAJLIOM H COCTO-
WT W3 CILUIOIIHOTO CJIOS, IPUJIETAIOIIEr0 K MeTaJLIy,
¥ HECIUIOIIHOI0 BHEIIHEero cj0fd., BHeIIHuWU ClIon
HMeeT CTPYKTYPY PYTHIIA, OICION, HAXOAAIIUICH B
aMOp(IHOM COCTOSHHUH, B Pe3yJbTaTe BO3AEHCTBUSI
TeMIeparypsl Ipuobperaer CTPYKTypy aHarasa.
IIpu marpeBe crexmoMeTpHUYIECKUU COCTAB W TOJ-
L[HMHA [UIEHOK U3MEHAOTCH, B PE3yIbTaTe Yero [[BeT
[IOBEPXHOCTH MEHSIETCH, IePexX0oisa OT Ceporo, mme-
IOLETO MeTAJUIMIECKHUE 0JIeCK, K CBETIIO-}KeATOMY U
sonorucroMy (IIpH TeMIeparypax BO3LEUCTBUS 0
300 °C). Ilpu mocrmxeHMU HEKOTOPOU KPUTHIECKOU
TOJIIMHLI OKCUAHOUN IUIGHKHU I[IPOUCXOAUT H3MEHe-
HEe MEXAHWYIECKHUX CBOWCTB 06pa3lioB — CHIIKAIOT-
¢ XAPAKTEPUCTHKH ILUIACTHYHOCTH, YAAPHOU BA3-
KOCTH ® yroy usruba o JUCTOBBIX 00pa3LoB. ¥ Beiu-
YeHe TOJIIUHEI [UIEHKH IIPOUCXOANUT C BO3PACTAHU-
€M TeMIePATYPhl U BPEMEHHU BBIAEPIKKU, [I0]] IIJIeH-
KoM 06pasyercs mepexoaHbii 1udpysuoHHBIN CIIOMH,
MPeCTABIMIONINA CO60U TBEPABIM PACTBOP KHCIO-
poza B d-TUTAHE, KOTOPHIU IIPHUHATO HA3BIBATD «AJIb-
dupoBanabM cimoem» [2]. Hamemuocts pa6oTsl
IEeTajed M3 TUTAHOBLIX CILIABOB, MJIATEIBHO pabo-
TAIIUX [IPX [OBLIIIEHHBIX TeMIIepaTrypax (CBbIire
350°C), ¢ okcugupM u (uau) aTL(PUPOBAHHBIM
CIIOAMH, KAK [PABHIJIO, OLEHUBAIT II0 MEXaHWJe-
CKHM CBOUCTBAM 0OpA3I[OB IIOCIE IJIMTEILHON H30-
repmudeckoi Beigep:xkn (ot 100 xo 1000 19) upu pa-
6ounx temueparypax [3]. B pesynbrare Beiepixex
npu temneparypax 6omee 700 °C ma moBepxHOCTH
JEAPOIPOYHBIX THTAHOBBIX CILUIABOB, KPOME OKCHIA
turaHa, obpasyerca coepmrenue Ti;AIN [4]. Hacro
B Ka4eCTBE KPUTEPHS JKAPOCTOMKOCTH HPUHHMAIOT
yBeJIuYeHne Macchl 06pasmoB (IIpHUBEC) II0Cie BBI-
JepiKeR IIpH IIOBBIIEHHBIX TeMneparypax [5, 6],
BBIPAKAEMOE OTHOIIEHWEM IIPUPAIEHUA MACCHL K
IIoIAAy U m3MepseMoe B Mr/cm? (rpaBuMerpude-
cruit meron). [Tomygennnie Takum 06pasoM JaHHBIE
XapakTepusyoT 00beM IIOTIOMIEHHOT0 Ia3a, HO He
OLIMCBHIBAIOT BIMSHUE IIOBEPXHOCTHOIO CJIOH HA Me-
XAHUYECKHE U TeXHOJIOTHIeCKHe CBOUCTBA MaTepua-

sna. OxcupHanA 1IeHKA U anb(PUPOBAHHBIN CIOU HIIH
XPYIIKOE€ 3aIMUTHOE IIOKPBITHE, Au(p(Py3HOHHO CBI-
3aHHOE C OCHOBOW, OKA3BIBAIOT 3HAYNUTEIBHOE BIIH-
HHYEe HA XapPaKTePUCTHUEKHU IIIACTHYHOCTH W yIOJ H3-
ruba o6pasmoB npu rommuHax or ~10 mrm [7, 8].
Hanwawe Ha meransax m cO0POIHBIX eIUHUIAX, BOC-
MPUHEMAIOIAX U3THOANNE HATPY3KH, aabupo-
BAHHOTO CJI0d 60J’ILI.LI€I>1 TOJIOUHBI MOKET IIPUBO-
IuTh K 00pa3oBaHuio TpeiuH. B nparkTuke umenrcs
Cllydau, KOT[a [OBEPXHOCTHBIE TPEIIUHBI B JKApO-
MMPOYHBIX THUTAHOBBIX CIJIABAX 06pasyroTcs B mpo-
mecce BAKYyMHOTO OTIKHIA WJIM CpPasy IIOCIE €ero
oKoH4YAHUA., Takue CIy4aud HOPOUCXOAAT IIPU IIPO-
HU3BOJACTBE TOHKOCTEHHBIX CBAPHBIX KOPIIyCOB H3
JKAPOIIPOYHBIX TUTAHOBBIX CILIABOB, KOT7A B C60POY-
HOU EAWHUIIE BCIEICTBHE IIOBOLOK (ILIACTUYECKOU
geopMarnuu) BOSHHKAT HANPKEHUS CBBIIIE
715 MIla [9]. AnbcupoBaHHBIA CIION — CIIEJCTBHE
MHOTOOIIEPATUOHHBIX IIPOMEKYTOYHBIX BAKYYMHBIX
OTKUTOB, 4 TAKIKE HEeAOCTATOYHOM MECTHOU 3AIUTEI
HOBerHOCTefI C60p0‘{HLIX €UuHUL], IIPUMBIKAOIIUX
K 30H€ TePpMHUYECKOTO BJIAUAHUA IIDKA apI‘OHOI[yI‘OBOfI
CBapKe.

Oxwucnenve, paccMarpuBaeMoe KakK IIpHpaIe-
HE€ TOJIIUHBI ANTH(PUPOBAHHOIO CJIOS B IIPOMBIIII-
JICHHBIX MAJIOJIETHPOBAHHBIX I[ByX(baBHI:IX U IICEB-
J0-0-CILIABAX IIPY HATPEBE HA BO3AYyXe, 4 TAKIKE [IpU
«HHU3KOM» U «CpeJHeM» BaKYYMe IIDU TeMIlepaTypax
Harpesa o 650 °C, moguuuaerca mapaboIunIecKoMy
saroHy [10, 11], mpu remmeparypax 700 u 750 °C Ha
BO3Ayxe — MapaboInyecKo-KyOudecKOMy 3aKOHY,
npu Gosbliux TeMmieparypax — Kybwdeckomy [12,
13]. B To ;xe BpeMs IpUBeEC 10 MACCE B HIUPOKOM HH-
TepBAJe TeMIEPATYpP MOAYUHAETCH apaboIudaecKo-
My sakomy. Jlyis 3apyOe:KHBIX TUTAHOBBIX CILTIABOB
Ti6-4 u Ti6242S onpemeneHsl 3aKOHOMEPHOCTH K3~
MEHEHUSA TOJIINIHHBI a.TII:(i)I/IpOBaHHOI‘O CJIOd B 3aBU-
CHMOCTH OT TeMIIePATypPbl W BPEMEHH BbILEPKKHU
npu oxkumciaeHuum Ha Bosayxe [14]|. Hawmbomsuryro
CJIOKHOCTH B HCCIENOBAHHUH IIPOLECCA OKHCIICHUS
THUTAHOBBIX CILJIABOB IIPEACTABJIACT TOYHOE OIIpene-
JIGHHE JIORAJIBHOIO COJEPKAHUA KHCIOPOLA HA II0-
BEPXHOCTH WM HEIOCPEeACTBEHHO B MaTepuaie
n3-3a2 GOJIBIION PACTBOPUMOCTH IAa30B B TBEPIOM
(-pACTBOPE W HAJIWYHUA TPAAMEHTA KOHIIEHTDALIWMH,
dopmupyemoro mno auddysnoHHOMY MEXAHHU3MY.
Hcxona uz omy6auroBAHHBIX B HAIEH CTpaHE pe-
3yJbTATOB I/ICCJIGI[OBaHI/Iﬁ, €IVMHCTBEHHBIM H3 »O0-
CTYIHHBIX METOIO0B, 00€CIIEYNBAIOIIHUX BBICOKYIO TOY-
HOCTBH B JIOKAJIBHOM OIIPpEeaeJICHHUH KHUCJIopoaa, ABJId-
ercsa mMerof spepHbix peaknmui (Macruryr dusuru
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MeraioB, . Exkarepunbypr) [15]. Ms-3a Texumue-
CKOU CJIO}KHOCTH TOYHOTO OILPEeIesIeHus JOKAILHOTO
COJEPKAHUA KHCIOPOJA dYallle BCEr0 OLPeHessioT
TOMIUHY AIb(UPOBAHHOIO CI0H — II0 U3MEHEHU)
TBEpHocTH (MUKpoTBEpHocTr). Ilo comepixanwuio cra-
O6mwibHON [-(ha3bl B OTOMIKEHHOM  COCTOSHUU
(3 — 4 %) mamboee 6IUBKUM K PACCMATPHUBAEMOMY
JKAPOIIPOYHOMY THTAHOBOMY ciiaBy Mmapku BT41
aBusgerca 3apybemupid crias 1162425 [16, 17].
IIpu srom coutag BT41 Gonee xapompodHbIi U xa-
pocroiikmii  6iaromaps  6GOJBIIEMY  COAEP:KAHUIO
kpemuusa u pobaske uuobus [18]. dpyrum 6auskum
aHAJIOTOM, BUAMMO, 00je€e KAPOCTOMKHM H3-3a
MEHBIIero comepskanua crabunbHou B-assl, ABid-
ercd KapOIpOYHEBIA mnceBpo-a-cinas Ti834 [19].
g Manplx BpeMeH H30TEPMUYECKOH DKCIIO3HUIUN
pasnuuuAME B XHMHYECKOM COCTABE CILIABOB
Ti6242S, Ti834 u BT41 moxmo npenebpeusr u uc-
[I0JIB30BATH UMEIOIIUECT IJIA JKAPOIPOYHBIX THUTA-
HOBBIX crutaBoB Tumna Ti6242S u Ti834 ¢ orHOCH-
TEIBLHO HeOOIbIIMM KOoaudecTBOM [(-dassl 3aBucu-
MOCTH I PAacYeTa BeIWYUHBI AIL(PUPOBAHHOTO
ciod ua crutaBe BT41, Ouenka pa6orocmocobuocTH
TOHKOCTEHHOU [JETAJIH II0CIEe OKUCJICHHUS HA BO3AY-
xe npuBegeHna B pabore [20] mus mcesmo-d-cruiaBa
BT20. IlokazaHo, 4TO KpUuTHYIECKAA BEIWYWHA AJIb-
(hHUpOBAHHOTO CIIOS JJIA TOHKOCTEHHBIX U3/IEJIHUHA CO-
crasiser okoyio 25 mrm. Hanwaue anppuposansoro
CJI0s1 MF060M TONIMHUHLI CHUKAET YPOBEHDb BHIHOCIIH-
BoCTH Marepuana. Bumecre ¢ sTuMm miA noBbILIeHUS
paborococo6HOCTH THTAHOBBIX aAeraied, pabora-
FOLIUX B YCJIOBUAX KOHTAKTHBIX HATPY30K, IIPUMEHS-
0T onepaiuu okcuauposanwus [21 — 23], azorupona-
HHUSL U [APYyTHUe XUMHUKO-TEPMUYECKHE U DIEKTPO-
XUMUYECKUe Iponeccel [24 — 27], HanpaBjieHHbIE HA
[OJIy9eHUe OKCHAHLIX ILUIEHOK HA IOBEPXHOCTH [e-
raner. OpHUM W3 BAPUAHTOB CHIDKEHWUS OTPULIA-
TEJIBHOIO BIHUAHUA AIL(PUPOBAHHOTO CIOA U YIIPOY-
HEHUs [OBEPXHOCTH ABiserca nudydysuoHHOe pac-
TBOPEHUE OKCHUAHOHM IUIEHKW W AJIb(pUPOBAHHOTO
CJIO B IIPHUIIOBEPXHOCTHOM CJIO€ MATEPHAJNA ILyTeM
BaKyyMHOTo oTixura [28, 29] npu remneparypax Ha-
qana perpucraumsanuu. OgHAKO Ui 3Kaponpod-
HBIX TUTAHOBBIX CILIABOB TAKOU IIOAXOJ TpebyeT mo-
[OJIHUTEIHHOTO U3y9eHUs, TAK KAK HATPeB IIPHU YKa-
3aHHBIX TEMIIEPATYPAX BJIEYET CHIGKEHHE YPOBHS
MEXaHUYIECKHUX CBOUCTB OCHOBHOTI'O MATEPUAIIA.

IloBbimenune paboumx remmeparyp KOPILYCHBIX
peraned tpefyer npuveneHus Hauboiee KapPoOIIPOI-
HBIX TUTAHOBLIX ciiaBoB tuna BT18Y, BT41, as-
JIAIOIIUXCA MEHEe TEeXHOJIOTHIHLIMH B CHOpowHO-
CBAPOYHOM [POU3BOACTBE II0 CPABHEHUIO C TPALH-
nuonubivu crutaBamu cepun OT4, BT5 u BT20.

Iens paborer — wmccnenoBanve BIUAHUA KPAT-
KOBPEMEHHBIX BBIIEPIKEK IIpu TeMieparypax or 350
o 900 °C ma mexanwdeckue CBOUCTBA 06pasmoB us
skapoupoyHoro turaHosoro ciuiasa BT41. Ilpose-

neH (parrorpaduaecKuii aHAIN3 ITOBEPXHOCTH H3-
JIOMA TIOCJIe UCIIBITAHUYN HA U3rub u pacrsaxeHue.

Ilomy4yennsle nupu npoBexeHHN WCCIEOBAHUUI
PesyibTaThl — HEeOTheMIeMad 9acTh pabor, BIIOI-
HAeMbIX B uHTepecax Munnpomropra PP B pamkax
rOCyZAapCTBEHHOTO KOHTPAKTA.

Matepnaabl H MeTOALI HCCAETOBAHUA

Hccnenosanu onsitabie nonygabpurarsr us
crmasa Mapku BT41 — npyrku puamerpoMm 23 M
OCJIe ABOUHOTO OTKHUTra U JUCThI Toamuaon 1,0 MM
[OCIe OAHOCTYIIEHYATOTO OTIKWTA, HU3TOTOBIEHHDIE
W3 CIWTKA ONHOHM INIABKH., XWMHAYECKHH COCTAB
CILIABA, BHIPAKEHHBIN B CTPYKTYPHBIX DKBHUBAJIEH-
Tax I10 COMEPIKAHUI0 amoMuaud u Mmotubaena [30], a
TAKKE COJEPIKAHHE B HEM ANIOMUHHUSI U KPEeMHHS
npusegens! B tabn. 1. Mcnbiranua Ha pacrsaxeHue
[POBOAMIN [IPU KOMHATHOM TEMIIEPATYPe COIIACHO
T'OCT 1497, ma usru6 — mo I'OCT 14019. Crpyx-
TYpHBIE ¥ METANIO(PUHIECKHE XAPAKTEPUCTUKU
OLpenessaiy MEeTONAMH OITHIEeCKOM W PACTPOBOU
SJIEKTPOHHOM MUKPOCKOIIMK. PeHTreHOCTPYKTYp-
HBIN (Pa30BBIA AHAIKM3 ITOBEPXHOCTH 06pA3IOB MPO-
BOJAWIIM HA PEHTTEHOBCKOM AH(PPARTOMETPE B MOHO-
xpomarmaeckom CuKo-msiaydyeHur B TIeOMeTpUH
Bperra — Bpenrano. Hudpakrorpammer perucrpu-
POBaIX HA PEHTTEHOBCKOM AN(PPAKTOMETPE B MOHO-
xpomarmaeckom CuKo-msiaydeHun B reoMerpuu
Bperra — Bpenrano. Tudgpakrorpammer paciugpo-
BBIBAJIM C IIOMOINLIO CIIEIHATH3UPOBAHHOU IIPO-
rpammbl HighScore m crpykrypHOii 6a3pl gaHHBIX
PDF-2. PeHTreHOBCKYI0 CheMKY IPOBOJWUIN B Aua-
mazoue yrios 20 = 30 — 145°,

ToroBrie o6paszibr oxucaanu B nabopaTopHOM
[I€YH SIIEKTPOCOIIPOTUBIEHUA C BO3AYIIHOM aTMO-
cthepoii, obecreanBarOIIEd TOYHOCTD HOIEPIKAHMA
remieparypsl B paboueit soue =5 °C. Ilepen oxwmc-
JIGHHEM IIOBEPXHOCTH BCeX 00PasIioB 06e3:KupUBaIn
ALEeTOHOM.

Mugpocrpykrypa Marepuana IpyTROB U JILCTOB
B HMCXOJHOM OTOKIKEHHOM COCTOSHWH [IPUBEIEHA HA
puc. 1, mexanwgeckue cBOUCTBA — B TabI1. 2.

Muxpocrpykrypa npyrkos (cm. puc. 1, a, 6) —
06y AAPHO-IUIACTUHYIATAA, COOTBETCTBYET 2-My
THILy IIKAJIBI MUKPOCTPYKTYD LPYTKOB K3 THUTAHO-
Boix criaBoB 9-runaou mEransl ('OCT 26492, ITpu-

Tabnuma 1. Xuvudeckuii cocras crnasa BT41 B crpyxTyp-
HBIX 3KBUBAJICHTAX 110 COAEPIKAHNIO ANIOMUHNA U MOIUGAeHA
U B HEM 3JIeMeHTOB B % Macc.

Table 1. The chemical composition of the VT41 alloy (in
structural equivalents for the content of aluminum and mo-
lybdenum), the content of aluminum and silicon %wt.

Yposens nerupoBannsa
[Al]eq, % [Mo]eq, % Al Si (0]
8,05 2,11 5,83 0,28 0,08

Conep:xanue amemenra, % Macc.
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J—y
EHT =25.00 kV Signal A=NTSBSD  Date 5 Aug 2021
WD = 80mm

2pm Mag= 1000KX

= WD= 80mm

IProbe= 400pA  Photo No. = 12056 8

EHT =25.00 kV Signal A=NTSBSD  Date 5 Aug 2021

|Probe= 400pA  Photo No, = 12057 2

Puc. 1. Muxpocrpykrypa cunasa BT41: ¢ — npyToxk, momnepeusnoe cedenne, 1/2 paguyca; 6 — IPYTOK, MOIEPEYHOE CEUEHIE,

EeHTp; 8, 2 — JUCT TonmumHoH 1,0 MM

Fig. 1. Microstructure of VT41 alloy: ¢ — rod, cross section, 1/2 radius; b — bar, cross section, center; ¢, d — sheet 1.0 mm

thick

noxkenne 3). Muxpocrpykrypa amcroB — Tio0y-
gapHaf, ¢ HeboupmoN O6LEeMHOM [OIed BTOPHY-
HOH (-(pa3bl, OTHOCHUTCA K 1-My THILy TOU K€ IIIKAJIBL.
B crpyrrype nucrop mabmropanTca 4acTHUITLI CHIIH-
OHA0B TUTAHA — JUCIEPCHBIE CBETJIble YACTHUIIBI
pasmepom mernee 1 MM (cm. puc. 1, 6, 2).

Mexauugeckue cBoicTBa 06pasmoB mocie Kpar-
KOBpeMeHHOro orkura B redenue 0,5 4 Ha Bo3ayxe B
uHTEepBase Temoeparyp or 350 mo 900 °C npusene-
HbI B Tab. 3.

Buemnnii Bux usinomoB 06pasmoB mocie UCIBI-
TaHUU HA U3TKO [OKA3aH HA puc. 2. 31eCh CHHUMU
CTPeIKAMH OTMEdYeHa IIOBePXHOCTH 006pasma, Kpac-
HBIMH — XPYIIKHH TOHKUH CJIOU HA [IOBEPXHOCTH 06-
pasia, MpeaCcTABIAIIINE CO60M OKCHABI THTAHA.
IlynxrupHoOl nvHHEN NOKa3aHA OPUEHTUPOBOYHAA
IrpaHUuNa MEKAY OXPYIYEHHBIM CiI0eM BOIH3H IO-
BEPXHOCTH (Ta30HACHINNEHHBIN CI0H) ¢ PaceTOIHbIM

CTpoeHnueM H IUIACTUYHLIM OCHOBHBIM METAJJIOM C
MEJIKOAMOYHBIM PerbedioM.

M5 monygenwus 6oiee OZHOPOZHOTO U «IILyOOKO-
ro» anb(PUPOBAHHOTO CI0A YACTH 00PA3LOB OTORIIN
B BoaayiuHOU armocdepe B TedeHue 4 4 upu Temire-
parype 650 °C. Jlanee B 1eiaX pacTBOpeHUS aTb(hu-
POBAHHOTO CJIOSI B OCHOBHOM MATEPHAe IIPOBEIU
oTHHUT B BakyyMme 2,3 - 10~* upu Temneparype 750 °C
B Tedenue 24. Urobbl OLEHUTL BIHAHUE OTKUTA
npu 750 °C Ha OCHOBHOM MATEPHAJ, B CAIKY BaKy-
YMHOM ITeYH HOMECTHIIH Takxe 06pasisr 6e3 anbdu-
POBAHHOTO €105 (C IOBEPXHOCTLIO [I0CIE MEXAHUIE-
ckou obpaborku). Pesynbrarel menbiramuii o6pas-
[I0B HA PACTSIKEHUE [IPUBEAEHEI B Ta0II. 4.

Buemuwuii Buj 06pasiioB, W3TOTOBIEHHBIX W3
[IPYTKOB, IIOC/Ie OKUCJIEHUS B BO3LYIIHOU arMocde-
pe IIpejcTaBieH HA PHUC. 3.

Taﬁnnna 2. MexaHu4decKue CBOHCTBA MaTepuana lIpyTKOB U THCTOB B HCXOAHOM OTORKEHHOM COCTOAHNUN (CpeI[HI/Ie 3Ha‘{eHI/IH)

Table 2. Mechanical properties of the material of rods and sheets in the initial annealed state (average)

Mexanuueckne CBOUCTBA

IToxydabpurar (cocroanue)

2, MIla 8, % v, % a, Tpaj
Jluer = 1,0 MM (OZHOCTYIEHIATHIN OT/KNT) 1032 19,1 — 49
TIpyTox @23 MM (qBOMHON OT/KUT) 1087 15,0 30,6 —
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Puc. 2. UzmoMel 00pasiios U3 IUCTA TOMIMUHON 1 MM [TOCIE UCIBITAHUA HA M3THO

Fig. 2. Fracture of samples from a sheet 1 mm thick after bending test

O6pasmsr ocie oxucienus npu 650 °C B Teue-
HHUEe 4q C IIOCJIeAYIIUM BAKYYMHBIM OTHHUI'OM IIDU
750 °C B Teuenue 2 4 noxkaszaHsl HA puc. 4.

Pesynwrarel (ppakrorpaduaeckoro uccienosa-
HHUSA H3JIOMOB 06pA3IOB MpecTAaBIeHbI HA puUC. 5.
Xpyugue paceTku BOIH3K IIOBEPXHOCTH COOTBET-
CTBYIOT ajb(upoBanHOMy ciaow0. [lpu Temmepary-
pax oxkuciaenus Boire 500 °C Ha wmedike 06pa3mos
HAGIONAeTCA MHOKECTBEHHOE PACTPEeCKUBAHUE II0-
BEPXHOCTH,

Ta6auma 3. Mexanudeckue cBoicTsa 06pasoB U3 IpyTKa
u aucta u3 cruasa BT41 mocre oxucnenus (cpenuue 3Hade-
HUA)

Table 3. Mechanical properties of samples made of VT41
alloy rod and sheet after oxidation (average)

E:iﬂ;’: IIpyrox, Beinepmra 0,5 1 neﬁ;:;f;é ]?)Iqu
orura, °C 620, MITa 8, % w, % a, Tpan
300 1040 12,1 29,0 —
350 1057 15,6 32,9
400 1130 11,0 23,7
450 1067 17,2 31,7
500 1060 15,3 36,0
550 1100 17,2 35,7
600 1093 12,5 24,5
650 1113 6,1 16,5 41
700 1083 7,7 13,7 41
750 1063 5,0 10,5 37
800 1077 7,4 8,6 32
850 — — — 32
900 1047 3,3 6,0 23

Ha pwmc. 5 cummvm crpenkaMu oTMedeHa IO-
BEPXHOCTH 06pasia, KPACHBIMU — MUKDPOTPELIHUHBIL,

HudparrorpaMMbl, IIOJYyYEeHHBIE IIPU CHEMEE
IIOBEPXHOCTH JIMCTOB ITIOCJIC ORUCICHUA HA BO3AyXe B
reuenwne 0,5 4, npuBeneHs! HA puc. 6.

B ra6a. 5 u 6 npexcrasnens! pesyiabraThl 00pa-
6orku pudpparrorpamm s o u a3 — paccumra-
HBI [TapaMeTpsl pewerku (a, ¢ u ¢/a), oovem (V) sie-
MEHTAPHOU STYEUKHU pelrerky, 061acTh KOTePeHTHO-
ro paccesuus (OKP) D u murponedopmaruu pere-
TOK €.

O6cy:kaeHne pe3yabLTATOB

B pesyubrare orura Ha Bo3ayxe HA IOBEPXHO-
cru 06pasmoB obpasyercs OkcuaHas IuieHka. Ilo-
BEPXHOCTH IIpuoOperaer pasjiudHble OTTEHKH —
nBera mobe:xanocTh, KOTOPhIe MPEACTABIAIOT CO60M
pesyabrar wHTEp(EPEHIIMHA CBETA B TOHKHX ILIEH-
Kax okcuja. Rak mpaswmiio, ripeta mo6exanocTu, mo-
MHUMO PeXHUMA OKUCICHUA, OIIPeAeIITCA COCTOAHK-
€M IIOBEPXHOCTH W JKAPOCTOMKOCTHI Marepuana. B

Tab6auma 4. Mexanudeckne CBoHcTBa 006pasiioB IOCIE OT-
EUra B BosayIuHou nedu npu 650 °C B Teuenue 4 4 u B Baky-
ymuo# meun nipu 750 °C B Teuenue 2 1 (cpenHue 3HATEHNA)

Table 4. Mechanical properties of samples after annealing
in an air furnace at 650 °C for 4 h and in a vacuum furnace
at 750 °C for 2 h (average)

Yemosua Yenosus obpa- o2
OKHCIEHNUA GOTKHU B BAKY- MlI;I,a 8, % w, %
Ha BO3AyXe YMHOM meun
650 °C, 4 — 1130 5,0 7,7
650 °C, 4 750 °C, 24 1072 7,3 114

— 750°C, 24 1024 10,9 20,4
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AL " 300 °C Crermo-somoraeTsiin
350 °C Temmo-somoTECTEIL
400 °C  Bomoruersiia

450 °C Boppossit baecrsmas

L
TOHATHHOCTh

500 °C TomyGoix

550°C Puomerossut

600 °C Crmwit

650 °C  BemeHo-swenTbli
700 °C jKemxro-semeHslit

750 °C «TTpuriny nremmbI eTTO-30meHEIE Marosas
N TOHANBLHOCT

800 °C «IIpurs B SHEITTO-3

900 °C  Cpermo-semenas oKATMHA,

Puc. 3. Bug o6pasios Ha pacTs:keHHe MOCIe OKHCIEHUT B
BO3IYIIHOM aTMocgepe B TedeHne 4 1

Fig. 3. Appearance of tensile samples after oxidation in air
for4 h

pabore UCIONB30BAHBI JIUCTHI [10CJIe NUTH(POBAHUL U
TpaBJIEHUA, 4 TAKKE [UINHAPUYECKHe 06pasiibl HA
pacrsizxenue nocie uugosanus. CbreMKa n0BEpX-
HOCTH PEHTTEHOBCKMM METOAOM [JISi MAJbIX YIJIOB
20 (mo 40°) mpexmosaraer TIIyOMHY «CHEMKH» IIOJ
[IOBEPXHOCTLIO HA riuybune 2 — 4 mxm. Ha 6ombrmmx

Cemxa MuKpompeyun

450 °C

Puc. 4. Buzg o6pasuos mocie OKHCIEHHI HA BO3AyXe OIPU
650 °C B TeueHue 4 U ¢ TOCTEAYIONUM BAKYYMHBIM OTKUTOM
npu 750 °C B Teuenue 2 4

Fig. 4. Appearance of samples after oxidation in air at
650 °C for 4 h followed by vacuum annealing at 750 °C for
2h

yrirax (csoime 100°) riaybuHa CHEMKH yBEIUIHBACT-
¢ 710 16 — 20 MM, AHanus peHTreHorpaMM ITOKa3al
HaIW4Yre OKCUAHOU IUIeHKHW B 00pa3max, OKHCIIEH-
HbIX Ipu temmueparypax >650 °C. HMurepecno, urto
pacuerHoe 3HAYeHHE IIyOWHBI ANL(PUPOBAHHOTO
cinoda mus crutaBa 116242 cocraBisier uyTh 6oiee
4,1 mem. [l OLEHKH MAHHBIX 0OCTOATEILCTB IIO-
CTPOEHBI 3aBUCHMOCTH MEXAHWYECKHX CBOUCTB Ma-
TepHANa 0T TeMIIEPATYPHI OKucieHusd (puc. 7 u 8).
Oxucnenwve crurasa BT41 ua Bosgyxe npuBogur
K HEKOTOPOMY CHUIKEHUIO YPOBHH KpPATKOBPEMEH-

omaoenbuble _
Augpontpewu

Puc. 5. WzmomMel 00pasiios mocae OKUCIEHN HA BO3AYXe U HUCILITAHUH HA PACTIKeHTe

Fig. 5. Fracture of samples after oxidation in air and after tensile tests
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HOU HPOYHOCTH 06PA3L0B IIPY KCIBITAHUN HA PaC-
THMEHNE IIPYU KOMHATHOU TeMieparype. C mospiie-
HueMm Temueparypst okucienun ot 500 °C Bospacra-
€T AucHepcHusa 3HAYEHUU, OPHU 3TOM MHUHUMATBHBIN
YPOBEHDb IIPOYHOCTH OCTAETCH IIPAKTHUIECKH HEU3-
MEHHBIM BILUIOTH 70 Temmeparypsr orxmra 900 °C
(cm. pume. 7). Ilo mepe yBenwdeHusS TeMIEPATYPbI
OKHCJICHUA XaPaKTePUCTUERU IIACTHYHOCTH CHHXA-
OTCH, [PUYEM OTHOCUTENILHOe CysreHme — Ooiee
pesko. Ilpm sroM oKumcieHme IIpu TeMIEpaType
400 °C npuBoguT K 60IbIIeMy CHUKCHHIO ILIIACTHAY-
HOCTH MaTepuasad, 4eM OKHCJIeHHEe IIPpH TeMIiepary-
pax 350, 450 u 550 °C. ®paxrorpacuaeckoe wmccie-
JOBAHKE M3JI0MOB HE AaeT KAKoro-1ubo o0bicHeHus
ganuomy (arry. O6pasoBanue MUKPOTPEIINH B MO~
BEPXHOCTH «IIIeUKw» 00pA3LO0B HA pACTAKeHHEe Ha-
qmHAaeTCA 0T Temieparypst oruciaenus 550 °C (cm.
puc. 5, 2), oTHenbHbIE MUKPOTPEINUHEL 06pasyoTes
mpu 500 °C (cum. puc. 5, 6). C Touku 3penus coxpane-
HUA YAOBJICTBOPDUTEIBbHBIX XdpPAaKTEePUCTUER ILIa-
CTUYHOCTH NpPEeJeNbHOU HABIAETCA TeMIOeparypa
oxmcienua 600 °C, xorma ofpasyercs MHOMKECTBO
MHUEDPOTPEIIWH Ha IIOBEPXHOCTH, B 30HE€ WHTEHCHUB-
HOU 1wiacrudeckou pedopmanmu (cMm. puc. 5, 2, d).
IIpu remueparype oxucienus or 650 °C paspyrue-
Hrie 00pa3[0B HPOUCXOAUT OT [IEPBUYHBIX TPEIUH

000

VHTEHCHBHOCT S, WMIT

345 350 385 Mp WS MO WS WP IS 0D NS 400 405 410 a5 a0
209,°C

Puc. 6. JudparxTorpaMMel MTOBEPXHOCTH JHCTOB IIOCIE
OKHCIeHUd HA Bo3Ayxe B TeueHue 0,5 4

Fig. 6. X-ray diffraction patterns of the sheet surface after
oxidation in air for 0.5 h

6e3 06pasoBaHUA CETKU MUKPOTPEINUH BOIM3U IIO-
BEPXHOCTH u31oMa (CM. puc. 5, e). AHATOTUIHBIN Xa-
pakTep paspyureHus HabaomaeTcda I0CiIe OKHCIIe-
uus npu 650 °C m mocieayrmoIero BAKyyMHOTO OT-
sgura (cM. puc. 5, orc).

Dpakrorpaduaeckoe HCCIELOBAHUE H3JIOMOB
06pasIioB 1ocie WUCIBITAHUE HA uarud (cM. puc. 2)
IIO3BOJIMJIO BBIABUTH XPYIIKHMH CJIOM IIOCTIE OKHCIIE-

Tab6auma 5. IlapaMerpsl pereTkH a-asbl B 3aBUCUMOCTH OT TEMIIEPATYPBI OT:KHUTA

Table 5. Lattice parameters of the a-phase depending on the annealing temperature

Cocrosmue, TeMmepa-

[TapaMerps1 smeMeHTapHON AUeHKH A4 A-hassl

Typa oxucmenus, °C a, A e, & v, A3 ol D, A e, %
Bes T/O 2,93419 4,68485 34,93034 1,596642 721 0,096

350 2,93164 4,684701 34,86854 1,59798 433 0,058

450 2,932006 4,684924 34,87891 1,597856 477 0,058

550 2,931729 4,684758 34,87108 1,597951 371 0,031

650 2,932425 4,684391 34,88491 1,597446 262 0,036

750 2,931047 4,686141 34,86515 1,598794 255 0,164

850 2,930327 4,690181 34,87807 1,600566 231 0,175

550 + B.o. 750 2,92822 4,70879 34,96611 1,608072 359 0,252

Ta6auma 6. ITapamerps! pemeryn [3-asbl B 3aBHCUMOCTH OT TEMIIEPATYPEI OTKUTA

Table 6. Lattice parameters of the B-phase depending on the annealing temperature

Cocrosimme, Temmepa-

ITapamerps1 anmemenTapHo# auetikn ana P-passr

Typa oxucrenus, °C a, A v A3 DA e, %
Bes T/O 3,26542 34,81907 — 0,219
350 3,245692 34,1918 457 0,198
450 3,246129 34,20561 267 0,227
550 3,247067 34,23527 376 0,255
650 3,253683 34,44496 386 0,206
750 3,256609 34,53797 260 —
850 3,258462 34,59696 586 0,334
550 + B.0. 750 3,23561 33,87416 376 0,32
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Puc. 7. UsmeHnenne MexaHUIeCKUX CBOMCTB 00pasIos u3 NpyTKoe cinasa BT41 B ucXoqHOM COCTOSHUMM U MOCTE OKUCIEHUS B

Teuenne 1 1 B uHTepBaue Temmepartyp ot 300 zo 900 °C

Fig. 7. Mechanical properties of samples from bars of VT'41 alloy in the initial state and after oxidation for ¢ in the tempera-

ture range from 300 to 900°C
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Puc. 8. Usmenenune yraa usruba mucroe us cimasa BT41 B
HMCXOMHOM COCTOSHWH W TIOCIE OKUCIeHusa B Teuenwme 0,54 B
HHTepBane TeMeparyp ot 650 go 900 °C

Fig. 8. Bending angle of sheets ~1.0 mm from VT41 alloy
in the initial state and after oxidation for 0.5 h in the tem-
perature range from 650 to 900°C

aus. [Ipu 650 °C ronmpHa XPyHKROTO 108 COCTABIIA-
er okoio 3 — 5 mem, ipu 750 °C — oxomo 5 — 9 MEM,
npu 850 °C — oxrono 25 mkm. Teoperuueckas Tom-
UHA ATH(PUPOBAHHOTO CJIOA TIOCIE OKUCIIEHUS [IPH
650 °C B Teuenue 0,5 — 4 4, paccuuranHas 0o CoOT-
HOIIIEHUAM, NPUBEJAeHHBbIM B [14], wu3menserca B
npepenax or 3 10 8 MKM, 4TO C AOCTATOYHOU TOYHO-
CTBIO COBIAJAET ¢ TOJINHMHON OXPYIYEHHOTO CJIOs,
OLIEHEHHOM I10 pe3yibraraM (Pparrorpadpuaecrux
uceaenoBanui 06pasma, oxuciaennoro mpu 650 °C B
tegenune 0,5 4.

Penvedy momepxmocTH paspyineHus Xpymnroro
ciod mocie oxuciaenusa npu temmeparype 800 °C u
Boie (CM. pHUC. 2, 2 — ¢) HEMeeT CXOACTBO C DIEMEH-
TAMH MUKDPOCTPYKTYPBI — YacTUraMu anbga-gpassl
(cm. puc. 1, 8): pacerku KBasuckoia o gopme npu-
OJIMIKEHBI K YACTHIAM [EePBUYHON (rio0ysisipHOwM)
a-paser. Haummasa ¢ rTemmeparypbl OKHCIIEHHS
850 °C, y mOBEpPXHOCTH IPOCMATPUBAETCH BBIPA-
skeHHAA 06IacTh CKOA, BEPOHTHO, MIPEACTABIIA-
oIas IPEeUMYIIeCTBEHHO OKCHUIAHBIM Ccaoi  (cM.
puc. 2, 0, ), Ha TTOBEPXHOCTH 00PA3IOB BOIM3H U3~
JIOMA BCTPEYAIOTCH MHKpPOTpeIuHsl (cM. puc. 2, 4).
Ormerum, 4TO B 00pa3rax, OKACIEHHBIX IIPH TEMITe-
parypax mo 750 °C (cm. puc. 2, a — 8), IPUIIOBEPXHO-
CTHBIM CJIOHM TIOmBEp:KeH medpOpMAIUK  H3THGOM.
IIpu 800 °C B sTOM 30HE HPOUCXOAUT XPYIIKUUA CKOII,
00YCIIOBIIEHHBIHA, CKOPEEe BCEr0, YBEJIHUYEeHHEM TOJI-
LAHBI OKCHUIHOTO X AIL(PUPOBAHHOIO CJIOEB, YTO
00BACHAET CHIDKEHHE MUHHUMAJIBHBLIX 3HAYEHUU
yriia uaruba Ipu TeMIeparypax OKucieHus 6osee
800 °C (cm. puc. 8).

Kagr ormeueno B pabore [28], mis crmasa BT41
BO3MOKHO HEOOJIBIIOE IIOBLINIEHHE XAPAKTEPUCTHE
ILUIACTHYIHOCTH 00pA3I0B C ANL(PUPOBAHHBIM CI0EM
ImyTeM BaKyyMHOTO orTEura. B mamewm ciaygae ¢aso-
BbIE [IPEBPALIEHU, [IPOXOALIINE B MATEPUase, OKa-
3BIBAIOT CYIIECTBEHHOE BO3JEUCTBHE HA XAPAKTEPH-
CTHEKHY ILTACTUYHOCTH I[IPY PACTsKeHnu. BakyyMubni
omsgur npu 750 °C mpuBOgUT K CHIIKEHHIO Mexa-
HUYECKUX CBOWCTB M YBEIWYHUBAET UX NUCIIEPCHIO.
O6pasmsl mociie OKuCIEHHUA 00Jamal0T HECKOIbKO
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Fig. 10. The nature of the change in the volume of the unit cell of the a-phase, microdeformations and the region of coherent
scattering as a result of annealing in air and vacuum
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OHMOHHBIM IIPOIECCAM MOKHO OTHECTH HAKOIUJIEHWE
JOUCIOKAIUI, KOTOPOE MOJIKHO [IPUBOAUTDH K YBEJIH-
qeHu0 obbeMa sIeiku, K nudQysnoHHBIM — IIepe-
pacipezeieHue JEeTUPYIOIINX SIEMEHTOB MEKAY O-
u [(-dasamm, a TakKe HACBHIIEHHWE ATOMAMH TIa3a
BHEIIIHEU CPeAbl — KHUCIopona, aszora u ap. Moxuo
TAKKE OTMETHUTH CBOMCTBO BEIECTBA M3MEHATHLCH B
pasMepax 1o, Bo3JeUCTBHEM TeMIIepaTypbL.

Hamenenune nuHEHHBIX M 00BEMHBIX PAa3MepOB
3JIeMEeHTAPHOU S49elRu (pa3 THTAHA [IPU OTSKHIe HA
BO3YXE AOJLKHO 3aBHCETH OT BCEX BBIIIEIIEPEYHC-
JIGHHBIX (DPAKTOPOB, II09TOMY KOHTPOJIHPOBATEL €ro0
BeceMa ciuoxHO. Tak, nanpHeHIHe HCCIefROBAHUS
OyayT HANpaBIEHELI HA PasfeieHue 3TUX (PAKTOPOB
¥ OLIEHKY BRJIAAA KAJKIOTO U3 HUX.

Crnenyer oTMeTHUTD, 9TO UCTOPUS PA3BUTHA TEO-
PuH OKHCJICHHUA TUTAHOBLIX CILJIABOB 6epeT CBO€ Ha-
gajo ¢ paaHux pabor Jpmauxa B 30 — 40-x rogax XX
BeKa, Ipomecchl 00pasoBaHua aIbL(pUPOBAHHOTO
CJIOA M OKCHIHOU IUIEHKW 6bLau cpopMyIMpOBAHLI
yke B 40 — 50-x romax XX Beka [31], Bca Teopus
OKHCJIEHUA B OCHOBHOM 6asupyercs Ha 3aKoHe nud-
dysun Pura [32]. OgHako misd COBpEeMEHHBIX TH-
TAHOBBIX CIIABOB HE€ BCerga pesyjbTaTbl MOAESIN-
poBaHus ATh(QPUPOBAHHOTO CJIOA ¥ OKCHUIHOU ILJIEH-
KM COOTBETCTBYIOT MAHHBIM IIPAMBIX H3MEPEHUH,
9TO, C OXHON CTOPOHBI, CBA3AHO C PA3IUIHAMU Me-
TOIOB M3MEPEHUs, a C APYrol — € HOATOTOBKOK 06-
pAasIoB, YHCTOTOM METajjaa W KadecTBoM o6pabor-
Ku noBepxHocTH. Tak, mo pesynbraraMm HUCCIEHO-
BaHUY, IIPOBEJEHHLIM B IIEPBOH HoI0BHHE XX BERa
[33], 6BLIO YCTAHOBIIEHO ¥ SKCIIEPUMEHTAIBLHO IO/ -
TBEPKIEHO, YTO [IPY OKKCIEHNU TUTAHA ofpasyercs
tonbKo pytui Ti0,, orucienune B narepsaie or 700
1o 800° C me 3aBHCHT OT JaBJIEHUA, [IPU TEMIIEPATY-
pax or 900 go 1000 °C 3aBUCHMOCTE CKOPOCTH OKKC-
JIEHUS OT JAaBJICHUA HOCUT yiKe He peI‘yJ'IHpHI:IfI xa-
pakrep, upu rtemmeparypax mo ~300°C ckopocrs
OKHCJIeHUA HOAIHUHAETCH JOTAPU(PMUIECKOMY 3aKO0-
ny, B uarepsaie ot 300 xo 600 °C mauunaerca ax-
THBHAA AUPPY3UsT KHUCIOPOAA, B Pe3yIbTare dUero
3aKOH CKOPOCTH OKHCJICHHS MeHsAercd Ha Kybu-
geckuii, a or 600 mo 850 °C 3a cuer mpesaaupo-
BaHua pupdysun Kuciopopa Hapn ero abcopbiment
HA [OBEPXHOCTH — CTAHOBUTCH IIAPAOOIHIECKUM.
0 HACTOAIIEr0 BPEMEHU UCIOIL3YIOT (DU3UIECKYI0
MO b, O0BACHAOLULYIO IIPOL[ECCHI OKUCIECHU TUTA-
Ha U ero ciuiaBoB [34]. Fe peanuzanus npusogur K
OTHOCHUTEJIbHO HEOAHO3HAYHBLIM peayjabTaraM, XOTsd
¥ KOPPEJIUPYIOIIHUM C IPUBEAEHHBIMH B JAHHOU pa-
6ore. Ilpu guddpysmum xmcimopona B riay6p obpasia
006pa3yroTcd OKCHAHASA IUIEHKA W AIb(PUPOBAHHBINA
CJIOH, IIPUYEM [0 Pe3yibraraM MogeaupoBaHud [34]
HUX TOJIIAHLI IIPH PACCMOTPEHHDLIX 3[1€Ch PEKHUMAax
OTIKHATA OTHOCHUTENLHO HeGonbimme — or 0,5 1o
1 mEM u ot 3 70 83 MKEM COOTBETCTBEHHO.

Ecnu rommuny ansdupoBaHHOTO €108 OTHOCH-
TEJBbHO «TOJICTBIX» I'd30HACBIINIEHHEBIX CJI0€B (CBI:IH_IG

40 MEM) ZOCTATOYHO IPOCTO MOKHO OIIPEeIUTD ILy-
TeM maMepeHusd TBepgoctH [35], TO TONIWHY TOH-
KHX CJI0OeB — I10 pesyiabraraMm (pparrorpadymaecKoro
HCCIIeOBAHUA H3JI0MOB 00pPA3LOB IIOC/IE UCIILITA-
Hu# Ha pacrmxenue. s 6ojiee CIOKHBIX CIy4aesB,
KOI[lA HA II0OBEPXHOCTH BO3JEUCTBYIOT HECKOJILKO
daxropor [36], pesynbprarsl MeraLiorpadgpuIecKux
HCCIe0BAHUE HEOOXOAMMO ITOATBEPIKAATE (PPAKTO-
rpauIecKuMU UCCIEA0BAHUIMY U3JIOMOB.

Bakyymusiii omgur upu 750 °C B Tedenme 29
obpasria, mporeainero okucienue npu 650 °C B Te-
yeHwe 4 9, IPHUBEJ K yMEHBIICHUIO TOJIIUHLI AJlb-
dupoBanuoro cinosa. XaparTepHLIMH IIPHU3HAKAMU
CHUJKEHUA KOHIIEHTPALMY KHCIOPOAA y IIOBEpPX-
HOCTH SBISUINCH CHIDKEHHE MUEpoxedopManuu u
yeenmuenue pasmepa OKP. K coxanenwmio, penrt-
TreHOCTPYKTYpHbIN aHanwus [-paszer (cm. Tabu. 6),
rozBepramoiencs Hanboiee HHTEHCHBHOMY OKHCIIE-
HHIO, HE II03BOJAET BBIJEIUTH KAKUX-IH00 OFHO-
3HAYHBIX KPUTEPUEB A OLEHKU COCTOSHUS IIO-
BEPXHOCTHOI'O CJIOH, 9TO, BEPOATHO, O0YCIIOBIEHO
BBICOKOU MHTEHCHBHOCTHIO Au(p(Py3HOHHBIX IIPEBPa-
LIEHUH, IPOXOAAIINX B B-IIPOCIONKAX.

Hcenenosanus morasanu, 9T0 CTaTHYECKUE WC-
[BITAHUSA JUCTOB € AIB(IUPOBAHHLIM CJIOEM HA K3-
rub He marT 5PPEKTUBHON U HAEIKHON OMEHKH €ro
BIMSAHHA HA OxXpyudwmBanue nosepxHocru. OpxHum
Y3 HAIPABICGHUA HCCAEAOBAHUA BIUAHUA AIb(pu-
POBAHHOTO CjIoA HA pPaboTocmoco6HOCTE H3IEIH,
HM3TOTOBJIEHHBIX U3 JINCTOB TUTAHOBLIX CILJIABOB, BE-
POATHO, SABISAETCH IIPOBENEHHE ANHAMUYIECKUX KC-
[IBITAHUM, CAMBIN IIPOCTOX K3 KOTOPBIX — YAAPHBIN
n3rub. Tague ucnbITaHWA IPUMEHAIOT, HAIIPUMED,
[pu OueHKe paboTOCHOCOGHOCTH TOHKHUX IIPOghuiIen
U3 oumHKOBAHHOHW crasu 350 [37], rme rToamumua
XPYIIKOTO [IMHKOBOTO IIOKPBITHS Bapbupyercs oT 3,6
o 35,8 MM, a (parrorpadmaecKuM METOIOM OIle-
HHUBAKOT [OJI0 XPYLKOH COCTABIAIOIIEH B H3JIOME.
K megocrarkam merona ciexyer oraecru Heo6xomu-
MOCTB ITAKEeTHBIX UCIIBITAHUHA 06PA3IOB IS TOJIIHH
0 3 MM, 94TO 00yCIOBIEHO OfecredeHueM yCIOBHU
ycrodgauBocru. J1Jis OIeHKY XapaKTepUCTUR TUTAHO-
BBIX CILUIABOB LINPOKO PACIPOCTPAHEHBI HCIILITAHUS
Ha ygapHbi uarub o6pasnos ¢ U-o6pasusiv u V-06-
PasHBIM KOHIIEHTPATOPAMHU, 4 TaKxe 00pasLos ¢ Ha-
Hecennou ycramocraou tperquuon (KCT). Amanm-
THUYECKUN MEeTOJI, IIPeAJIOKeHHBIN B [38], mo3Bouser
IMPOBECTH KOJHWYECTBEHHYIO OIeHKY pabor obpaszo-
BaHUA M PACIPOCTPAHEHUA TPEIUMHBI II0 PEe3yib-
raram ucunsiranuii 06pasuos tuma KCU umu KCV,
9TO0 OTKPBIBAET I[IEPCIIEKTUBLI Pa3paboTKu COOTBET-
CTBYIOIIEU METOIUKHN [IPUMEHUTEILHO K TUTAHOBBIM
CILJIABAM.

JarjaroYeHue

Ha nosepxuocrtu cruiasa BT41 okcupnas nneH-
Ka B BH[E I[BETOB II00€KAIOCTH CTAHOBUTCH PA3JIH-
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4MMOHU [OCiIe KpaTKoBpeMeHHOH Bhigepsxru (0,5 —
1 9) npu remueparypax 350 °C u 6omee. Ilpera mo-
0eKaAI0CTH U3MEHAITCA OT CBETIIO-30JI0THCTOTO 0
30J10THCTOTO ¥ 60pmoBoro (o remneparypsr 450 °C).
Hanee mpu temneparype 500 — 600 °C moasiasioTcs
OTTEHKH CHHEro u (uomeroBoro, upu 650 —
700 °C — smemro-3esenbie OTTEeHKH. [Ipwu Temmepa-
type 700 °C merainyeckuii 6;1€CK CMEHSAETCT MATO-
BOM TOHANBHOCTEIO. [lockonbry okcun TiO, penrre-
HOBCEHUM METOLOM YETKO BBIABJAETCA IIPDHU TeMIlepa-
type oxucienus 650 °C B reuenue 0,54, maroBas
TOHAJTBHOCTL MOKET 6I:ITI: BBI3BAHA HAYAJILHOU CTa-
e’ OTCIOEHUS OKCHAHOU IIJIEHKU, BIUAHUEM AJIhb-
(pHUpOBAHHOTO CJI0F HA OTPAIKAMOLIYIO CIIOCOGHOCTH
IIOBEPXHOCTHU HWJIX COBORYITHBIM BOBHefICTBHeM ATUX
taxropos.

Dpaxrorpaduaeckuil aHAIU3 [TOBEPXHOCTHA U3-
JIOMOB M «II€UKH» OKHCIEHHBIX 06PA3I0B I10CIe UC-
IIBITAHWA HaA PACTIHEeHue 1mpu KOMHATHON TeMiepa-
Type MOKeT 6]:ITI: HUCIIOJIB30OBAH [JId BBIABJIEHUA
ans(hupoBaHHOTO €i10si, MUKPOTPEIUHEL B IIOBEPX-
HOCTH «IIIeHUKu» 00pasros us ciuiasa BT41 o6pasy-
oresa or Ttemueparypst orucienus 500 °C. Pesyus-
TaThl (PparTOrpa)UIecKoro aHAIM3a KOPPEeIUpYIoT
¢ panee Ony6IMKOBAHHBIMU TEMIIEPATYPHO-BPEMEeH-
HBIMH 3daBHUCHUMOCTAMH TOJIIHUHBI a.TII:(prOBaHHOI‘O
CJI0s1, IIOJYYEHHBIMHU [JfA THTAHOBBIX CILIABOB
Ti6242 u Ti834. C Touku 3peHUA COXPAHEHUSA YIOB-
JIETBOPUTEIBHBIX XAPAKTEPUCTUR ILIIACTUIHOCTH 06-
PA3L0B IPeeILHOU ABIAETCA TEMIePATYPa OKUCIIe-
must 600 °C. Kpurudecroe cumxenue yria maruba
JIACTOBBIX 00pA30B HAGIIOAAETCA [10CIIe OKUCIeHUSA
upu 800 °C.

Bagyymusbiii oTur criocob6erByer mepepacipe-
[EJIEHUI0 KUCIOPOAA OT I[IOBEPXHOCTHBIX CJIOEB B
ry6p marepumana. Has crmaa BT41 meobxomumo
noA6uparh PeXUM BAKYYMHOTO OTKUTA C YIETOM
¢ha30BBIX TPEBPAIEHHI, IPOXOJANIUX B OCHOBHOM
varepuane. OnauM w3 KpurepueB 5(peKTHBHOTO
pacTBopeHus aTb(PUPOBAHHOTO CI0S MOKET ABJIATH-
Cs OTCYTCTBHUE MUEKDPOTPEIWH HAa IIOBEPXHOCTHU Ieu-
ku 00pasiia Ha pacTsKeHue,

BaaromapuaocTtn

B pab6ore npunmManyn HEIOCPELCTBEHHOE ydac-
tue corpysuukun HHWI] «Kypuarosckuii wumHCTH-
tyT> — BHAM: Benymuii umxenep Ilasiosa Tava-
pa BacminbeBna, Bexymumii mmxenep HKamamuugos
Brnaguvup Cepreesud, rexuur Uyuaman Oner Bur-
TOPOBHY.
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TPAEKTOPHUH I'JIABHBIX HAIIPSIKEHUN
IIOCJIE IIJIACTHYECKOM JTE®OPMAITUN

© Baamumup HuxonaeBuma Cembikun, Bepa Huronaesna Ilponenko,
Anexcannp BacunbeBuu Becbko, [IMmurpmit AnekceeBuud CBupugos®

DenepalbHOE TOCYAAPCTBEHHOE OIOMKETHOE 00pasoBaTelnbHOe YIpeskIeHne Briciinero obpazosanus «BI'TY», Poccua, 394006,
Bopomex, yn. 20-netus Oxrabps, 1. 84; *e-mail: d.a.sviridov@mail.ru

Cmamus nocmynuna 18 anpeas 2022 2. Iocmynuaa nocae dopabomru 30 uions 2022 ¢.
Hpunama k nybaurayuu 28 uwoas 2022 e,

O dheKTUBHOCTD HCCIETOBAHUE MEXAHUUECKUX HAIPIKCHUH B METAIIAX MOKHO TIOBBICUTD IIy-
TeM W3YYCHUS U yUeTa IoJel TpaeKTOPHH IVIABHBIX HAUPIKEHWH (M30CTar), KaueCTBCHHO Xa-
PaKTepU3YIONUIAX HATIPIKEHHOe cocTosauue. Llens paboThl — onpeneneHne BOSMOKHOCTH BBIAB-
JIeHU n30cTaT B 06pastie us cranu Cr3 mocie ero IIacTAIeckoro aedopMuposanns. g uecme-
JOBaHUH UCIOIB30BAIN MATHUTOYIIPYTHH METO/, OCHOBAHHBIHA Ha 3aBUCHMOCTH MATHUTHOH IIPO-
HUIIAeMOCTH (pepPOMATHUTHEIX MATEPHATIOB OT ACHCTBYIOIIUX B HUX MEXAHWICCKAX HATIPIKE-
uuti. Meron peann3oBaH ¢ IIOMOIIBI0 MOHO(A3HOTO MATHUTOYIIPYTOTO M3MEPUTEIA MEeXaHUIe-
crux Hanpsuxeranit UMH-4M ¢ 6azoii gaTunia 5 MM U TOTPEIIHOCTEI0 yraoMepa +2 rpamayca. O6-
pasen; — mractuHa pasMepoM 150 X 150 X 4 mm. Ha ee nunieByio U THLITHHYIO IIOBEPXHOCTH Ha-
HOCHIU KOOPAUHATHEIE ceTKU ¢ sueiikavu 10 X 10 mm. [Tpubopom UMH-4M B yanax ceTok us-
MepAIn 3HAYeHU YIVIOB HAKIOHA KAacaTeIbHBIX K TPAeKTOPHUAM IVIABHBIX HAIIPSKEHUH, 3aTeM
CTPOMIN U30CTATHI CIIOCOBOM ITOCIETOBATENHHOM KOPPEKTUPOBKY HATIPABICHUI U PAUyca Kpu-
BU3HLI HapalmeaeMod KpuBoH. [lnacTuas mnactTuaecku nedOpMUPOBATH BBICTPEIOM MEIKOH
CBUHIIOBOH Ap00bI0 ¢ KuHeTHUecKoH sHepruei 1916 J[:x. MakcuManbHbiil BRITHG ITACTHHEL B
30HE BO3/IEHCTBHU OCHOBHOU YacTu 3apaaa cocTaBui 7 MM. [locte BBICTpena B Tex ke yanax Ko-
OPAUHATHBIX CETOK ITOBTOPHIN U3MEPEHN U BHOBD ITOCTPOMIN U30CTATEHI. JKCIEPHAMEHT IIOKA-
3aJI: MATHATOYIIPYTHIA METO]] II03BOJAET OIPENEIUTh H30IHHIN U [TOCHE IIACTHIeCKOTo Tedop-
MUPOBAHUS; TPACKTOPUY IIPUCYTCTBYIOT HA JUEBOH U THUIHHOM ITOBEPXHOCTAX 1e(hOpMUPOBAH-
HOU ITACTUHLL; B TIOJIAX, ChOPMUPOBAHHBIX BBICTPEIOM, NMEIOTCI H30TPOIIHEIC TOYKH U Tapa-
nenbHbIe nzonuaun. Ha mureBoil u TEUIBHOH cTOPOHAX (JOPMUPYIOTCS H30TPOIIHEIE 30HEL, B KO-
TOPBIX U3-32 XA0TUYECKOH OPHUEHTAIINN KAacaTe/IbHBIX HENb3s IOCTPOUTE H30CTaThl. BHIABICHbI
«BO3MYIICHUA» TIONEH CO CPBIBOM YIIOPATOUEHHLIX IIOTOKOB TpaeKTopuil. PeaynnTaTer paboTs
MOTYT OBITH IOIE3HEI UCCIEIOBATENIM U HHKCHEPHO-TEXHIISCKIM PabOTHAKAM, 3aHIMAIOIIIAM-
¢S U3YUeHUeM YIIPYTHX U IIACTHIECKUX NethopMaltuii.

KmogeBslie ciroBa: IwiacTuieckoe AehOpMUPOBAHNE; BHICTPEN CBHHITOBON APOOLIO; MarHUTO-
VIPYTUHA METOX; TPACKTOPUHN HATIPSKEHUH; U30TPOIIHBIE 30HEI.

TRAJECTORIES OF PRINCIPAL STRESSES AFTER PLASTIC DEFORMATION

© Vladimir N. Semykin, Vera N. Protsenko, Aleksandr V. Besko, Dmitrii A. Sviridov*
Voronezh State Technical University, 84, 20-letiya Oktyabrya ul., Voronezh, 394006, Russia; *e-mail: d.a.sviridov@mail.ru

Received April 18, 2022. Revised June 30, 2022. Accepted July 28, 2022.

Improving research efficiency of mechanical stresses in metals can be achieved by studying and taking
into account the fields of the trajectories of the main stresses (isostats), which qualitatively characterize
the stress state. The purpose of the work was to determine the possibility of detecting the isostates in a St3
steel sample, following its plastic deformation. The methodology is based on the magnetoelastic method,
manifested by the dependence of magnetic permeability of ferromagnetic materials upon mechanical
stresses, acting in them. The method is implemented using the IMN-4M monophase magnetoelastic meter
of mechanical stress: the base of the device gage is 5 mm, the angle meter error is =£2°. The sample is a
plate with dimensions of 150 X 150 X 4 mm. Coordinate grids with 10 X 10 mm cells were applied to its
front and back surfaces. Using the IMN-4M device, we measured the values of tilt angles for tangents to
principal stress trajectories in all nodes, then we created isostates by consecutive adjustment of the direc-
tion and radius of curvature for a raised curve. The plastic deformation of a plate was performed by shoot-
ing small lead pellets with kinetic energy of 1916 J. The maximum plate curvature in the impact zone of
main charge equaled 7 mm. After a shot, the measurements were repeated in the same nodes of coordi-
nate grids, and the isostates were plotted again. The experiment has shown that: the magnetoelastic
method makes it possible to detect the isostates even after plastic deformation; the trajectories are present
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both on front and back surfaces of the deformed plate; isotropic points and parallel isostates are available
in fields, formed by the shot. Izotropic zones were formed on front and back surfaces, in which isostates
can not be plotted due to random orientation of tangents. The “disturbances” of fields with disruption of
regular trajectory flows were detected. The results of the work may be useful for researchers and technical
engineers, engaged in the study of elastic and plastic deformations.

Keywords: plastic deformation; lead pellet shot; magnetoelastic method; trajectories of stresses; isotropic

zones.

Beenenne

SHAYUTEIBHLIM pe3epBoM IoBbImeHud 3ddex-
THBHOCTH HCCIEIOBAHUN MEXAHWYECKUX HAIIPIKE-
HHUU B METAJUIAX ABIHAETCH yIeT UX TeOMEeTPUIECKOU
XAPAKTEPUCTUKU — IOJIEH M30CcTaT (JPyruMu Cio-
BAMU, JVHWUHU THKEHUA, TPAEKTOPHUU IJIABHBIX HA-
npsxenuit). Msocrarsl — 5TO KPHBBIE, KacATENb-
HBIE K KOTOPBIM COBIIAJAI0T C HAIIPABICHUEM OJHOTO
U3 TIABHBIX HANPIKEHUN, AJeUCTBYIOIIUX B TOYKAX
KacaHwus.

K macroamemy BpemeHr HAKOIUIEHBI 3HAHUA
0 RKuHEeTHKe (POPMHUPOBAHWA H30CTAT, TEMIEPATYPE
ux crabwimsanuu («3acTeiBaHMA») B cramu [1,
c. 129; 2, ¢. 82; 3, ¢. 91; 4, c. 143]. C nomomno cre-
OHMAIBHBIX TEXHOJOTHH MOJKHO YHPABIATL KOH(U-
Typanmed mojed HANPSKEeHWH BIJIOTH A0 IIOIHOM
OECTPYKLIHMHU H30CTaT, a eciu Heobxomwmo, TO BOC-
CTAHABIVMBATH WX, ¥CTAHOBJIEHO, YTO TPAEKTOPUU
MOTYT OBITH yIpyruMu (HAIPSIKOHHBIMA) U U3BUIIU-
creiMu (BosHOOGpasubIMu, paccinabienasivu). B pe-
3yJIbTATE AECTPYKIIMHU TPACKTOpHH myTeMm o6pabor-
KU CTJIBHBIX 06Pa3lOoB BBICTPEIAMU CBHHI[OBOU
IpOOBI0 ITOJIydeHbl OJATONpPHUATHBIE 30HBI 0e3 u30-
CTAT, HA3BAaHHBIE H30TPOUHBIMK., HaupsxeHus B
9THX 30HAX MHUHHUMAIBLHBI [5, c¢. 25]. Kimaccudura-
oW [0Jed HAUPIKeHHN KAk CTPYKTYD, COLep:xa-
UX YIOpPyTHWe H30CTATHI, W3BHJIKNCTHIE KM30CTATEHI,
HM30TPOLHEIE 30HBI M H30TPOIHBIE TOYKU, [IPOLYK-
THBHA B [IEPBYIO 04€PEAL Ul KAY€CTBEHHOU OLIEHKU
0CTATOYHBIX CBAPOYHBIX HALPIKEHUN 1 paspaborku
spdexTuBHBIX cr1oco6oB ux camkenus. OMHAKO WH-
dopmarusa moxydeHa TONBKO A HAINPIKEHHUU B
npepenax yupyrocru [6, c. 50; 7, c. 47].

B nwureparyprbix mcrounnkax aBropamMu He 006-
HAPYIKEHO NAHHBIX O JUHUAX TSIKEHWS [I0CIe ILIa-
cTUdecKod AedpOpMALMY MEeTAUIMIeCKUX [JeTalIeH U
mMerogax ux mocrpoenusd. llens paborsr — ompene-
JIGHUE HAJIUYHUA U BO3MOXKHOCTU BBIABIEHUS TPACK-
TOPHHY I7IaBHBIX HANPSKEHUHN B CTAJIBHOU IIIaCTHHE
[I0CJIE €€ IIACTUIECKOTo 1e()OpMUPOBAHUS.

Marepnanbl B MeTOABI HCCAETOBAHUSI

Hccreporanua nposopmiu MarHUTOYIPYTUM
merogom (MYM), =xopolno 3apexoOMeHOBABIIHAM
cebd B OSKCHEPUMEHTAX I10 M3YYEHUID TeOMeTpH-
YEeCKHUX XAPAKTEPUCTHUE OCTATOYHBIX HAMPIKEHUH
[8, c. 493; 9, c. 807; 10, c. 18; 11, c. 680; 12, c. 39;
13, c. 25]. Merox ocHOBaH HA 3aBUCHUMOCTH MATHHT-

HOU IPOHUIAEMOCTH (PEPPOMATHHUTHBIX MATEpHA-
JIOB OT BEJIWYUHBI AEHCTBYIOUIUX B HUX MEXAHU-
YECKUX HALPSHKeHWHA. VCoabp30Bain MarHuToyIpy-
Uil MOHO(A3HBIM H3MEPUTENbh MEXaHHYECKUX
Hanpssxennd UMH-4M crucreMbl pagiHoOKOHCTPYKTO-
pa A. H. IOpmuna. Xapagkrepucruku mpubopa: pa-
6ogasa gacrora 1000 I'; 6a3a msmepeHui maTIUEKA
5 MM; npesien WaMepeHwuit +0,; MOrPEIIHOCTh YIJI0-
mepa =2 rpagyca; rabapursr 220 X 210 X 170
macca 3,25 xr. OH 7maeT BO3MOMKHOCTE OIPENETHUTh
3HAYEHUA PA3HOCTH IJVIABHBIX HanpsreHunn Ao =
=0;— Oy W YIJIOB HAKJIOHA IJIABHBIX ILIOIIALOK
B JOOBIX TOYAX IIOBEPXHOCTEU ILIACTHHBI, KpPOMeE
Haxoxdamuxca Ommke 5 MM K ee KOHTYpPY (Kparo).
Pesynprarer usmepenuii Boszie cBOGOZHOTO KOHTY-
pa wmCcERazkaerT KpaeBod 5(QQerT, KOTOpPHIA MOKHO
KOMIIEHCHPOBATH CII0COO0M, ONKCAHHBIM, HAIIPH-
mep, B marente RU 2445591, [Tputop MMH-4M ra-
PHPOBAJIH C IIOMOIILI0 YCTPOUCTBA, IPEIJIOKEHHOr0
B [14, c. 66].

B radecrse 06pasna ucoas30BaNIH IIACTHHY U3
cranu Ct3 pasmepom 150 X 150 X 4 mm, BbIpesan-
HYI0 THJILOTHHHBIMH HOKHuIamu. Ha nunesyio u
TBUIBHYIO I[OBEPXHOCTH 06pasna HAHOCHIH KOOp-
JUHATHYIO ceTRy ¢ sdevikamu 10 X 10 mm. Ha rax-
JIOA W3 CTOPOH ILIACTHHBI OKa3anoch 110 196 y3ios
CEeTOK — TOYEeK Ui u3MepeHuu. BepTurainHbIe
IuHUU ceToK oboszmaumau A-A, B-B, ..., 0O-0
s aunesou moeepxmoctu, O'-0', H' -H', ..,
A'— A’ — nns THUILHOW, TOPH3OHTAJIBHBIE JIAHUHI
obeux cropon — 1-1,2-2, ..., 14 - 14,

Hanee wepes Raable IIOIMUHYTHI U3MEPLIN
3HAYEHUS YIVIOB HAKJIOHA KACATEIBHBIX K TPAEKTO-
puAM HAUOOJILIINX IJIABHBIX HANPIKEHUU BO BCEX
y3lax JUIEBOM W THUIBHOM KOOPAMHATHBIX CETOK.
Ilomy4yennpii MaccuB JAHHBIX O3BOIWI IIOCTPOUTE
HM30CTATHI CHOCOOOM IIOCIENOBATENBHOU KOPPEKTH-
POBKY HAIIPABJICHUS U PASUyCa KPUBU3HLI HAPAIIH-
Baemoii msosmuun'. Ha puc. 1 Tpaekropum Hawm-
OOJIBINMX TJIAABHBIX HANPSEEHUU S, 0603HAYEHBI
CIUIOLIHBIMY JUHUAMY, & TPAEKTOPUN HANMEHBIINX
Syg — MmTpuxoBbIMuy auHuAME, [loe uzocrar iuige-
BOU [OBEPXHOCTH ILIACTHHLI IIPEACTABIEHO HA
puc. 1, @, TBLIBHOM cTOPOHBI — Ha puc. 1, 6. Ha obe-
KX [OBEPXHOCTAX IPeobaafaoT [IOYTH IPIMbIe TPa-

1 Cembpixkun B. H. Passurue MarHuToynpyroro Meroga u
CO3[IaHue CPEACTB ONpeleNle NI HAIPAKEeHHOTO COCTOTHI
KOHCTPYKIUH TAKEIOT0 MAIINMHOCTPOEHUd: AUC. ... KAHT.
TexH, HAyK, — M., 1992, — 124 c.
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Pnc. 1. TpaexTopun HaubonbuIux S,; (CIIOMIHbIE IVHAN) U HAUMEHBIINX S 5 (IITPUXOBbIE TUHNY) TTABHLIX HATIPS/KEHHI Ha
JHUIEBOH (@) U THUTBHOM (6) CTOPOHAX CTANBHOMN mwIacTuHbl 150 X 150 X 4 MM 70 ee medopMupoBaHIa

Fig. 1. Trajectories of the largest S, (continuous lines) and the least S, (dashed lines) principal stresses on the front side (a),
back side (b) of the steel plate with dimensions of 150 x 150 X 4 mm before its deformation
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Puc. 2. Tpaexropuu Hanbonpuux S, (CIUTONIHBIE INHUN) U HAUMEHBIINX S, , (IITPUXOBbIE IMHNHN) TTABHBIX HATIPAKEHIH Ha
nIuIeBoi (@) u TEUIBHOHM (6) CTOPOHAX CTANBHOH IacTuHE 150 X 150 X 4 MM mocne ee nedopMIPOBAHIA BLICTPEIAME CBHHIIO-

BOM APOOBIO

Fig. 2. Trajectories of the largest S;; (continuous lines) and the least S, (dashed lines) principal stresses on the front side (a)
and back side (b) of the steel plate with dimensions of 150 X 150 X 4 mm after its deformation by lead pellet shots

eKTOpHH, COXpaHupBLIneci or upokara. Hebosupuiue
OTKJIOHEHHA OT TAKOTO BUJA TPAEKTOPUU BHI3BAHDI,
MO-BUAUMOMY, IIOC/IELOBATEILHOCTHI0 BBLIPE3AHUSA
obpasua. O6a mons coxepkar U30TPOIHbIE (CHHTY-
JIAPHBIE) TOYKW 3aMEHYTOIO W ACHUMIITOTHYECKOTO
THIOB. B M30TPOLHBIX TOYKAX IJIABHBIE HALPIKE-
HHA PaBHEI 0 BenwdwHe. T'OYRY 3aMKHYTOIO THIIA
OXBATBIBAIOT B3aWMHO OPTOTOHAIBHBIE TPAEKTOPHH,
M OHA OKPy’KeHa 3aMKHYTBbIMHU KPHUBBLIMH OBAJIBHOU
topmsl. Ha puc. 1, @ Tagas TOYKA HAXOMUTCH MEHILY
Bepruraisavu M-M u H-H, ma ropusonranu
12 - 12. AcuMnToTHIECKYIO TOYKY BETBU ABYX II€pe-
CERAIOIIMXCA N30CTAT He 0XBATHIBAIOT (CM. puc. 1, a,
To4Ka BOIM3u Beprukanu B — B, memny ropusonTa-
gavm 12 - 12w 13 - 13).

Ilnacrury nmmacrumdecku ne)OpPMUPOBAIN BbI-
CTPeIOM METKOH CBHHI[OBOM ApPOOBIO, TAK KAK B
9TOM CJIy4ae JOCTATOYHO IIPOCTO SMITUPUYIECKH II0-
zobparb HeOOXOOUMY) KHHETUYECKYI) DHEPTHI0
BO3[IEUCTBUA ¥ TOYHO OLEHUTH ee BeawduHy [15].
O6crpen Heckonbkux maacrud us cramu Cr3 ¢ ra-
fapuraMu HccieayeMoro ofpasma I[oKasaj, dTo
s(ppext obecniednBaeT OgUH PY:KEMHBLIM BLICTPE B
JIMIEBYK CTOPOHY ILIACTHHLI C IIPUMEHEHHWEM IIa-
tpoHa «I'naBmarpon Competition» (TY 7272-001-
14365998-04), cuaps:xennoro nopoxom G2/28B u
CBHHIIOBOH ApPOOBI0 amamerpom 2,4 MM obuied mac-
coii 28 r. Cropocrs apobu Ha aucrannmu 12 M co-
crasuna 370 m/c, kuneruyeckas sueprua 1916 Jux.
HcnonezoBamu oredecrBennoe pyxbe T103-120
12-ro ranubpa B ycioBusax 060pyAOBAHHOIO I[IOJIH-
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roHa ¢ COOJIIOJEHWeM BCEX HPABHI (e30MACHOCTH.
OcHoBHAasA yacrh 3apAfga OPHUILIACE HA ILIOIIANKY,
o Gopme 6IUZKYIO0 K KPYTY € IEHTPOM BO3Jie y3Ja
K8 u pagumycom 25 — 28 mm. MakcumansHBIN garie-
06pasHpIf BHITHG IUIACTHHBI B 5TOU 30HE COCTABHIL
7 M.

ITocne BrIcTpeNa B TEX e y371aX KOOPAUHATHBIX
CETOK BHOBb OIPENeIW/IN YIJbl HAKJIOHA TJIABHBIX
IUIOINAOK ¥ IOCTPOMIN TPAEKTOPHUH. JTU TPAEKTO-
pHH C JHIEBOM BOTHYTOM CTOPOHBI IIOKa3aHbI HA
puc. 2, a (MecTo BO3IEHCTBUA OCHOBHOM 9ACTH 3aps-
4 apobu BBIEIEHO CEPHIM MATHOM), € BBILYKION
TBUILHOU — Ha pHC. 2, 6.

O6cy:keHne pe3yabTaToB

OKCIIEDUMEHT IIOKA3aJl, YTO MATHUTOYIIPYTHH
MeTO[ [I03BOJIAET OLPEAEIUTD U30IUHUY II0CTIe [L1a-
CTHUYECKOTO Ae(POPMUPOBAHUS [LIACTHHBI U3 HHU3KO-
YIJIEPOJUCTON CTANIH, 8 TPAEKTOPUN UMEITCA Ha ee
JIMIIEBOM U THUILHOW NHOBepxHOCTAX. Ha nwuieroi
cropoHe (cM. puc. 2, @) mojle «BO3MYIIEHO» B DIIH-
IeHTpe AEUCTBUA 3apanaa, a YIOPAAOIEHHBIN IIOTOK
JIMHWAH «CpBIBaeTCsa» HaA mwiomanu ~6 cvm?. Chopmu-
pOBANNCL JABE UB0TPOIHBIE 30HBI  ILIOIIANBIO
~4 cm?, B KOTOPBIX M3-32 XA0THIECKOU OPUEHTAIAN
KacaTeJIbHbIX HET BO3MOKHOCTH IIOCTPOUTH H30CTAa-
o1, 30Ha B3 — K3 u E13 - E14.

C TeuIBpHOU cTOpOHBI (cM. puC. 2, 6) chopmupo-
BAJIMCH TPU U30TPOIIHBIE 30HBI — BO3ie To4eK K'6,
0’9 u B'7. IIpoeknus nuneBol HA TEUIBHYI) CTOPOHY
SIHIEHTPA BO3jedcrBuA Apobu MOKazaHa HA
puc. 2, 6 B Buie ceporo maTHA.

W3 cpaBuenus puc. 1 u 2 BugHO, 4TO II0CIIE ILIA-
CTUYECKOTO fe(pOpPMUPOBAHUSA «HACIELYIOTCH» JIUIIb
HEe3HAYUTENbHbIE (PPATMEHTHI T€OMETPHU YIIPYTHX
OJIeM, OBIBIHX 10 00PaGOTKH BBICTPEIOM.

JarIoYeHne

Pa6ora nmoareepmamia serTuBHOCTE HCITOH-
30BAHHBIX METOAWK U allapaTryphl AJIS HCCIefoBa-
HUS HANPIKEHHOTO COCTOSHHA B cranax. Ananus
[OJIy9eHHBIX SKCIEPUMEHTANBHBIX JAHHBIX I103BO-
JIWJL CHEeJAaTh CIeLYIOIIre BEIBOIBI.

1. CuioBbIE IIOTOKHM B IIACTHYECKH AeOPME-
POBAHHEBIX CTAJIBHBIX JETAIAX MOKHO OIIEPATHBHO
BBIABHUTDH MATHUTOYIIPDYTUM METOAOM.

2. Bueminwe pasnuuud 10yl TpaekTopud Ha-
NPAKEHUN B [IPEesax YIPYTrOCTH U IIOJIed TPaeKTo-
pu¥l Iociie IIACTHYECKOU med)OpMAIlud He HOCHT
NPUHIOUIIMAIFHOIO XapakTepa, TAK KaK COJEepiKar
OIHOTHIIHBIE COCTABJIAIOIINE: YIPYIHE H30CTATHI,
HM30TPOIHLIE 30HBI U U30TPOIIHEBIE TOYKH.

3. B monsax rpaerropui miactudecku gedopmu-
POBAHHOTO 06Pa3a NMEITCA YIACTRY € HAPAIIIehb-
HBIMY HU30JIHHUAMY. B TAKUX y4acTKaX OTCYTCTBYIOT
TrpajiueHThl HAIPSKEH U,

Ilonmygyennas undopmanua moxer 6BITH HOIE3-
HA HUCCIEROBATENAM U I[PAKTUYECKUM HH}KEHepaM,
3aHUMAIOIIUMCH H3yYeHWeM YIPYTHMX W ILIACTAYe-
ckux pedpopmanuii B (DEPPOMATHUTHBIX MATEpHA-
JIax.
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