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AHajIn3 BelecTBa Substances analysis

DOI: https://doi.org/10.26896/1028-6861-2022-88-10-5-12

OIIPEJAEJIEHUE CYMMbI OJHOTHUIIHBIX BEIIECTB

C IIOMOIIBIO HHTETPAJIBHBIX ITIOKA3ATEJIENA

WJIN MHOTOMEPHBIX I'PAJIYAPOBOK ITPH BHICOKOM
BHYTPUTPYIIIIOBOM CEJIEKTHBHOCTH CHUTHAJIOB
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CymMapHoe cofepskanue (Cx) OTHOTHIIHBIX OPTAHUIECKUX COSTUHEHUN 00BIMHO OIIPEIeaioT, He
paszmensis 3TH COeIUHEHNsI, a U3MePss UX 0000IeHHbIe CIEKTPAIBHBIE CUTHAJIBI IIPU OJHOU WK
HECKOJIBKAX AHAIUTHIECKUX JJIHHAX BOJIH. BO3MOKHOCTD IIPABIIBHOM OLIEHKH Cy IIPU CHUIBHO
BBIPAKEHHOM BHYTPUTPYIIIOBOM CeNIeKTUBHOCTY CUTHAJIOB paHee He IIpoBepsinack. s mposep-
KU aHATA3UPOBATH MOLETILHBIC TeKCAHOBLIE PACTBOPEI, OTHOBPEMEHHO COIEPIKAIIAe MOHO-, 611-
U TPULAKIUYECKAE apeHbI TIPH ¢y, opsaka 10~ moms/mvs. [Ipu dureuposaHHoid [IHHE BOTHEBI
MOJISIpHBIE K03 (PUIHEHTHI OIIOIEHNS APEHOB ¢ PA3HBIM YHCI0M KOJIEL PA3IHIATesS Ha 2 — 3
nopsanka Beauuusbl. COMOCTaBIsAIN ABA BapUaHTa TPYIIOBOTO aHamusa: 1) usMepenue 0606-
IIIeHHOTO CUTHAJIA apeHOB IpH 260 HM ¢ ITOCTenYIOMUM BBIMUCICHUEM Pe3yIbTATa aHAIH3a 110
OTHOMEPHOH TPALyUPOBKE B IepeciceTe Ha Ha(QTaIWH WIX aHTpalleH; 2) usMepenue 0600IeH-
HEBIX CUTHAJIOB IIPY /M AIUHAX BOJH B o6aacTi 250 — 290 HM ¢ TOCIENYIOIM PACcIeTOM Pe3yib-
Tara o 00paleHHOU MHOTOMEPHO rpaxyupoeke. IlepBeiii ciocob (pacier HHTErPAIBHOTO II0-
Kagaress) maBa Gonblide (0 MOAYJIIO) CHCTEMATHISCKUE ITOTPEITHOCTH, MHOTA IIPEBHIIIAI0-
ugue 100 % OTH. U He CHIDKAKINUECS [IPU BAPLUPOBAHWY JUIHHBL BOJIHBL U IPUPOABL CTAHAADT-
HOTO BelrlecTBa. BTopoi cocob maeT Gonee mpaBUIBHEIC Pe3yIbTarhl, U yoxe Ipu m = 11 mo-
TPELIHOCTH FPYIIIOBOT0 aHanuza He npesbiuany 10 %. Taxuv 06pasoM, IpU CHIBHO BRIPAKEH-
HOU BHYTDPHUIPYIIHOBOM CEEKTUBHOCTH CHUTHAJIOB IDYIIIOBON AHANU3 MOKHO U HYKHO IIPOBO-
JUTH, UCIOIB3Ysl 00pAallleHHbIe MHOTOMEPHBIE TDAIyUPOBKU. YCTAHOBIEHO, UTO [OTPEIIHOCTH
OLIEHKH Cy; PE3KO BO3PACTAIOT, eC/IU B IPOfe ecTh KOMIIOHEHTHI HCKOMOM IPYIIIBL, He YUTEHHEBIE
IIPU HOCTPOEHUN O0PAILEHHON TPaIyUPOBKH.

Kimouesnie ciaoBa: I‘pyI'II'IOBOfI AHaJIN3; OOHOTUIIHBIC BCIICCTBA; apOMATUYCCKUE YIJICBOLOPO-
AbI (apeHLI); HHTETIPAJILHBIC IIOKA3aTe/NIN; MHOTOMEPHDBIC I'DAAYHUPOBKU; BHYTPUTDYIIIIOBAS Ce-
JICKTUBHOCTD; IIPABW/IBHOCTE PE3Y/IBTATOB aHAJIN34.

DETERMINATION OF THE TOTAL CONTENT OF SIMILAR SUBSTANCES
USING INTEGRATED INDICES OR MULTIVARIATE CALIBRATIONS
AT A HIGH INTRAGROUP SELECTIVITY OF SIGNALS
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The total content (¢5) of similar organic compounds is usually determined without their separation by
measuring their generalized spectral signals at one or more analytical wavelengths (AW). The resulted es-
timates of ¢5, are approximately adequate if all the sensitivity coefficients of the substances (components of
the desired group) are the values of the same order of magnitude. The possibility of a correct assessment of
¢5, with a strongly pronounced intragroup selectivity of signals has not been previously tested. Model hex-
ane solutions of the known composition simultaneously containing mono-, bi-, and tricyclic arenes at ¢x
value about 104 mol/dm3 were analyzed to verify this variant of the group analysis. At a fixed wavelength,
the values of molar absorptivity of arenes with different numbers of rings differ by 2 — 3 orders of magni-
tude. Two variants of group analysis were compared: 1) measurement of the generalized signal of arenes
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at 260 nm with subsequent calculation of the result using univariate calibration in terms of naphthalene
or anthracene; 2) measurement of generalized signals for several m wavelengths in the spectral region of
250 — 290 nm with subsequent calculation of the result using the inverted multivariate calibration. The
first method (calculation of the integrated index) led to large systematic errors, sometimes exceeding
100 %rel. (in modulus) which appeared insensitive both to the wavelength and to the nature of the stan-
dard substance. The second method provided more correct results and even at m = 11 the errors of group
analysis did not exceed 10%. Nevertheless, the errors in the estimation of ¢y, dramatically increased if the
sample contains components (arenes) of the desired group that were not taken into account when con-
structing the inverted calibration. It is shown that with a strongly pronounced intragroup selectivity of
signals, group analysis can and should be carried out using inverted multivariate calibrations.

Keywords: group analysis; similar substances; aromatic hydrocarbons (arenes); total (integrated) indi-
ces; multivariate calibrations; intragroup selectivity of signals; trueness of analysis.

Beenenne

CymmapHoe copepsxanue OZHOTUIIHBIX OpPraHu-
YEeCKUX COeIWHEHUH (C5) YACTO OMPEAeNIIT CIIeK-
TPOMETPHUYIECKUMY METOAAMHE, HE PA3Aesdad 9TH CO-
©[MHEHNS U He PACCIUTHIBAS WX WHIWBHUAYAILHBIE
KoHUeHTparuu. lIpumepaMu MOTyT CILyUTH MeTO-
IUKH OpefeieHus apeHoB B 6ensuHax, PeHOIOB B
CTOYHBIX BOJAX, OEIKOB B GHOIOTHYECKUX KHIKO-
cTAX, 6MOAHTHOKCHUIAHTOB B BHMHAX W T.I. B xoxe
aHAIW3a HM3MEPAIT OITHYIECKYI0 ILIOTHOCTH (As)
pacreopa mpo6bl TPHW HEKOTOPOU AHAIUTHIECKOU
piuee BomHbl (AJlB) min npy HECKOIBKUX PA3HBIX
AJIIB.

Pesynprar rpynnosoro ananusa paccHuThIBAIOT
OJJHHM U3 JBYX AJbTEPHATUBHLIX cr10co6oB. O6braHO
[I0 PACTBOpPAM CTAaHZAPTHOTrO BerecTsa (X ;) crposT
OJHOMEPHYIO TPALYHUPOBKY U C €€ IIOMOIIBI0 II0 Be-
smarHe Ay PACCYUTHIBAIT HHTETPAILHBIN IIOKA3a-
tens (UII, total index) [1]. B xagecree X,, 06bram0
KCIIOJIB3YIOT BEILIeCTBO TOM JKE TPYIIIbI, OLpEeHeid-
eMOe CO CpefHed 4yBcTBUTeNbHOCTHIO. [Ipm mpa-
BuiibHOM BbIGOpe X, Bemmumna WII, Boipamennas
B nepecuere Ha X, (¢*), npubiusuTespHO paBHA HC-
KOMOI BenwuuHe Cy [2]. Xorsa aHanus peanbHBIX
o6berToB ¢ momoripo MII Hepenko maer HeTOYHBIE
pesyabrarbl [3 — 5], 3TH METO[UKH BKIIOYEHBLI B
HOPMATHBHBIE JOKYMEHTEI (Hanpumep, [6]) u mupo-
KO IPUMEHAITCA B AaHAIN3e 06 bOKTOB OKPYIRAOIIEN
Cpezbl, UIIEeBHIX IPOAYKTOB U GHUOI0THIeCKUX 065-
exroB [7 — 9].

Odens nepCreKTHBEH HOBBIN CII0CO0 OLIEHKU Cs,
OCHOBAHHBIN HA [PUMEHEHUN O6PaIeHHBIX MHOTO-
MepHBIX TpazyupoBok (multivariate calibrations)
[10 — 12]. Ouu CBA3BIBAIOT CyMMAPHOE COEPKAHUE
KOMIIOHEHTOB MCKOMOU I'PYIIIEI ¢ UX 0606IeHHbIMU
AHATUTUYIECKUMY CUTHAIAMY, U3MEPEeHHBIMH [P 11
pasubix AJIB. 9Ttor cmoco6 o6braHO 06ecmeduBaeT
OOJIBIIYI0 TOYHOCTH Pe3yabraToB, yem pacuer WII
[13, 14], uo Tpebyer Gonbluux 3aTpar TPyLa U Bpe-
MEHHM HA IIPUTOTOBIEHUE MHOJKECTBA MOIEJILHBIX
cMecel, HeOOXOIUMBIX IJISl IIOCTPOSHUS TPALYHPOB-
ku. Tem He meHee sTOT CrIOCOG BCe yalle IpUMeHd-
0T B aHAJIHN3€ PEeAbHBIX OHBLEKTOB, B YACTHOCTH,

[IpY OLIPEefeIeHNH AJIKAHOB, HA()TEHOB U APEHOB B
O6eH3MHAX I10 SKCIIPeCCHOM MeTonuke [15].

O6a BapuanTa rpymmoeoro ananusa (I'A) 6butu
paspaboraHbl, MCXOAA W3 HPEAIONOMKeHUA o Oiau-
30CTH CIEKTPOB IIOIJIOIIEHUS BCEX KOMIIOHEHTOB
ncroMou rpyunsl. OngHako Hepenkro KodhhuupueHTo
YyBCTBHTEJIBHOCTH IIPYU OIPEJEIeHUU HTHUX KOM-
MOHEeHTOB npu urcupopanuoi AJ[B cunbHo pasmu-
qarorca. [lpumvepom MOryr OBITH CTOYHBIE BOIBI
HedrTenepepabaTHIBAKIIUX IPEALIPUATHH, OXHOBPE-
MEHHO COJEPIKAIINEe MOHOITMKINIECKUE apeHsI (25 —
30 % macc. or cymmbl Becex ¥YB), Gunmriamaeckue
apensr (10 — 20 %), a Taxxe TPUIUKINIECKUE U TI0-
JUIUEInYecKre apensl (mo 6 %) [16]. ITo mmrepa-
TYPHBIM ZAHHBIM MOJIAPHBIE KO3(D(DUIIUEHTHI IIOTJIO-
utenwus (g, 71/(MOIL © CM)) APEHOB € PA3HBIM YHCIOM
OWKJIOB CHJIBHO pasnwm4gamrca. Tak, B obiaactu
250 — 255 \M 3HAYEHWA € I CIUPTOBBIX PACTBOPOB
fensona cocrasigor 2,3 10%, g pudenmna —
1,4-10% pna amrpanena — 1,9 - 10° [17]. Ecre-
CTBEHHO, PA3IHYIUA [IPOABIAITCA U LIPU KCIIOIL30-
BaHWU Apyrux pacreopurenei. [lo Hammv gaHHBIM
TeKCAHOBBIE DPACTBOPHI MOHOLIMKINIECKUX ADPEHOB
npu 260 HM XapakTepH3yITCH 3HAYEHWAMU €, He
npespimamomuva 5 - 102, Torga kak gis 6u- u Tpu-
OHKINIeCKUX APEHOB STH MOJSAPHEBIE Ko3(dunpen-
eI cocrasasor 104 - 105, Ins MHIMBHIYATBLHBIX
APEHOB € OAMHAKOBBLIM YHCJIOM I[UKJIOB 3HAYEHUSA €
pasIMYaTCd B MEHBINEU CcTeleHu (KaK IPAaBHIIO,
B 2-3 pasa), mnpudeM pasiuyuuia CTATHCTAIECKU
3HAYUMEL

Buyrpurpyumnosas cenexruBHOCTL aHAaIHTHYE-
CKHX CUTHAJIOB 06JIeT4aeT pasiesibHOe OLpPeNeIeHne
WHIVBUAYAIBHLIX APEHOB, HO 3aTPYAHSIET OLEHKY
UX CYMMApHOTO COnepskaHud. B0o3MOKHOCTL IIpa-
BUJIBHOU OII€HKHU Cy IIPU CUJIBHO BBIPAKEHHOW BHY-
TPUTPYIIIIOBOU CEJIEKTHBHOCTY PAHEe HEe KUCCIeN0Ba-
JIACH. DKCIEPUMEHTAIBHAA IIPOBEPKA STOU BO3MOIK-
HocTH Obuta Ienbi0 mamHoM paborer. Cremomamno
TAKIKE YCTAHOBUTD, KAKOU u3 BapuanToB ['A (pacuer
HWII unm nocrpoenne 00pAalIeHHBIX MHOTOMEPHBIX
IPafyUpOBOK) faer 6oaee NpaBUILHBIE PE3YIHTATEI
IPYIIIOBOTO AHANW3A IIPU BBICOKOM BHYTPHUIPYIILIO-
BOM CEJIEKTHUBHOCTH CUTHAJIOB.
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IKCIEePAMEHTATBHAA JaCTh

Obvexmut uccnedosanus. B xome skcriepumenTa
HUCIIOJIB30BAIN J€CATh HHIWBHUAYAJIBbHBIX aPEHOB, CO-
gepsamux ot 1 1o 3 6eHsombHBIX Komer (rabim. 1).
I/IX PAacTBOPEI B A-TEKCAHE TOTOBUJIN 110 TOYHBIM Ha-
BECKAM PEaKTHBOB (x4) 6e3 MOmONHUTEeNHHOU OYUCT-
ku. MopensHbie cMmecn (H-T€KCAHOBBIE PACTBOPLI,
OJIHOBPEMEHHO cojiepskainue or 2 10 5 HHAUBULY-
AJIBHBIX apeHOB) TaKXe TOTOBHUJIH I10 TOYHBIM HABEC-
KaM peakTWBOB. B ciyuae HeOGXOTMMOCTH HCXON-
HbI€ PACTBOPLI UJIN MOJAEJIbHbBIEC CMEeCH paS6aBJ’IHJ’II/I B
10 pm 100 pas HemocpenCTBEHHO Iiepe] H3MepeHU-
€M OITHIECKOU IIJIOTHOCTH.

CyMMapHI:Ie KOHLICHTPAaIuu apeHOB B MOOEJIb-
HBIX cMecsax cocrasiaau ot 40 mo 400 MEMoms/1, MO-
JIAPHBIC COOTHOIICHUA PA3HBIX APE€HOB B eI[I/IHI/I‘{HOfI
cvecu me npesbimanu 10:1. Kax opasumo, moHO-
NUKJINYEeCKHe apeHbl, ¢j1a00 IOTIOMIAKIKEe B
YD-obnactu CeKTpa, BBOGUINA B U36BITKE IO OTHO-
IIEHUI0 K CHJILHO IIOTJIONIAIIUM O1- U TPHUIAKIH-
YEeCKHMM apeHaM. JTO COOTBETCTBYET COCTABY Peasib-
HBIX CMecelt apeHOB B IPUPOAHBIX U CTOYHBIX BOJAX.

JlBeHanmnars TakuxX CMeced cocTaBisau obyda-
Oy BBIOOPKY, KX IPUMEHSIN [JfS IOCTPO-
€HU MHOTOMEPHBIX I'PAAYHPOBOK, 4 TAKKE I BbI-
6opa X., u AJIB. B cocras sTtux cmeceil B pasHBIX
COYETAHNAX BXOAUIU 6 HHAMBUAYAILHBIX APEHOB
(rabn. 2). B cocrae recr-Boibopru Bxogunu 10 gpy-
rux cveceit. lllecTs U3 HUX JONMONIHUTEIHLHO COXEP-
JKANIM apeHbl, He BXOAWBIINE B COCTAB CMECeU u3
obyuaromiest Beibopru (B, 96, K, MA). Cocras Heko-
TOPBIX U3 HTUX CMECeH Tarke puBeneH B Tabi. 2.

Memodut uccaedosarus. CuekTphI HOTIOMIEHU A
BCEX IIPUTOTOBJIEHHBIX PACTBOPOB PETHCTPUPOBAIU
¢ ucnonb3opanueMm croexrpodoromerpa CP-2000 B
kBapreBbix koBerax ([ = 1,00 cm) B amamnasome
e BonH 220 — 400 mM, IPOBOA U3MEpPEeHUS ¢ I11a-
roM 1 HM. PacrBop cpaBHEeHUS — YUCTHIA H-TEKCAH.
3HadeHusA ONTHYECKUX ILUIOTHOCTEH (POTOMETpUpye-
MBIX pacTBOpoB npu Bei6panHbix AJIB Bxomunu B
umaTepBaa or 0,1 no 1,0 m mMenm XOpOLIYIO CXOXU-
MOCTH: HPH [OBTODHOM HW3MEPEHHH OLTHUIECKOU
ILUIOTHOCTH OfHOTO pacrsopa S, < 1 %, npu mosTop-
HOM 0pHUroTOBiIeHMHu pacrBopoB S, < 3 %. Opwxo-

Taﬁ.nnna 1. I/IHI[I/IBI/II[yaJIBHBIe apeHbl, NCIIONb30BaHHBIE IIPU IIPOBEACHHUN 3KCIIEPUMEHTa

Table 1. Individual arenes used in the experiment

Crioco6 npuMenenus

Yucmao Apen YcmoBHOE By dopuyms
Roer ofosnavenme IlocTpoenne Monenu IIposepra Monenu
1 Bensoxn b CeHg - +
Tonyon T C.Hg + +
STunbeH301 9B CeHy, - +
Tprerunterson (Me3sUTHIIEH) M C.H,, + +
Hsomponunbenson (Kymomn) K CoH,o - +
2 Hadramua H CioHg + +
Judenmn Pl CioHyp + +
3 Anrparnen A CiHyp + +
PenanrTpen D CigHyg + +
9-MeTunasrparex MA CisHio - +
Tabmauna 2. WHINBULYATHHEIH COCTAB HEKOTOPBIX MOAEILHEIX CMecel
Table 2. Individual composition of some model mixtures
Ty HOMep Yucno KOHHeHTpaHI/II/I OTASTBbHBIX aAPEHOB, MKMO.TIB/.TI CE?
BBIGOPEN cMecH  apeHoOB B T 5B M K H II A ) MEMOJIB/ T
O6yuaromasn 3 2 — — — — — — 10 40 — 50
T AR 5 3 — 100 - — - 40 — — 10 150
7 4 — 100 — 100 — — 10 — 10 220
9 4 — 100 — 100 — 20 — 20 — 240
12 5 — — — 100 — 10 10 20 10 150
Tect- 17 4 100 — — — 100 — 10 — 10 220
E I 19 1 — — 100 — 100 10 10 — — 220
21 5 — — — 100 100 — 10 20 10 240
22 5 100 100 — 100 — 20 — 20 — 340
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MepHBIE IPaAYHUPOBRE CTPOWIH 110 5 — 6 pacTBopaM
WHAVBUAYAIBHBIX APEHOB C H3BECTHLIMH KOHIICH-
TPALUAME [IPY TPEXKPATHOM U3MEPEHHUHN U YCPeAHe-
HUW 3HAYEHUN OIITUYECKOW 1oTHOocTh. ['paxywupo-
Bounsle (pyuriuu Buga A = a + £C paccuurnisanu
merogom MHEK, monssysice nporpaMMHBIM ITAKETOM
Microsoft Excel. Ilapamerp T (orHOIIEHUE MaKCH-
MAaJIBHOTO ¥ MUHHMAILHOTO 3HAYEHUU £ IS BCEX
HCCIENOBAHHBIX apeHoB npu saxamHou AJ[B) xa-
pakTepusyer BHYTPHUIPYILIOBYIO CEJIEKTHBHOCTD
CUTHAJIOB:

T= kmax/kmin‘ (1)

OHpeI[e.TIHH dpPEeHbI B MOJAEJIBHBIX CMECAX C IIOMO-
wpio WUIT, pesynsrar (¢*) Beipaxanu B nepecyere Ha
HA(TATIUH WX AHTPALEH 10 OJHOMEPHBIM I'PALYH-
POBERaM, IIOCTPOEHHEIM 1Ipu 260 HM.

O6pauienasie  MHOTOMEPHBIE  T'PALyHPOBKU
CTPOWJIM C IIOMOIIBI0 IporpaMMHuoro narera Micro-
soft Excel:

rzie Cy; — CyMMAapHAd KOHLEHTPALUA APEHOB B [-U
cmecH; A;; — ONTHYIECKas ILIOTHOCTE I-H CMeCH IpH
J-u AIlB.

Hcexopgupivu nansbivg 6butH 3HAYEHUA OLITHYE-
CKOHU ILIOTHOCTH CMeced u3 ofydariied BbuIGOpKH,
namepenusie npu m AJIB B obnactu 240 — 290 mum.
Cymmuposanue mposoauiau mo scem AJlB, ux yucio
B XO[€ SKCIIEPHMEHTA I[eJIeHAIPABICHHO MEHIOCH
or 4 o 11. Tak, upu m = 4 onrudeckue IWIOTHOCTH
Kasmou cMmecu wuamepsiau npu 240, 255, 270 um
285 um. Ilporpamma pemaer nepeorpeneieHHEY0
cucreMy 13 12 nTHHEWHBIX YPABHEHUN METOAOM HAU-
MEHBIIHNX KBAAPATOB OTHOCUTEIBHO PETPECCUOHHBIX
roaunuentos b;. B mureparype 1mo xemomerpuke
3TOT CIOCOO IIOCTPOEHWS I'PALYHUPOBOK HAZLIBAIOT
amroputvom OLS [10]. Hatigennsie u okpyriieHHbIE
10 4 sHagamux nudp 3HAYEHUA PErPECCHOHHBIX KO-
s¢punmentos moacrasiusnu B dopmyiy (2), momy-
4as KMCKOMYIO TPagywpoBKy. B wacrHocTw, 1pu
m = 4 1oSIy4uIu rpagyupoBRY

¢ = —36,00A240 =+ 189,0A255 —
_141,4A5.0 + 409,545, 3)

Takum xe obpazom mpu apyrux Habopax AJIB
mosrydanu 6osee CIOKHbBIe TPAAYyHPOBKH, HAIIPUMeED,
Braogawinue 6 wiau 11 crnaraemeix. Iloxncrasias B
MMOJIyYEHHBIE (POPMYJILI 3HAYCHUA OIITHIECKUX ILIOT-
HOCTEU aHAIM3UPYEMBIX cMecel npu pasubix AJIB,
[OJIYYAJIHU OIEHKU CyMMAPHOTO COJEeP:KaHUA APEHOB
(sHauenwus c*).

Oyernra nozpewrnocmeil. CTarucTUIeCKyr0 00-
paboTKy pesyJabTATOB IIPOBOMMIIN II0 AJTOPUTMY
Creionenra (n = 3; P = 0,95). Ilorpemuocru ana-
JIM3a eMUHUYHBIX CMeced HaXOauin mo hopmyie:

8c(%) = 100(c* — cy)/cy,. 4

O60061IeHHY0 [OTPELIHOCTh IPYNIIIOBOTO AHA-
nm3a ¢ ONHOTHIIHBIX CMECeH, BXOAAIMMX B 00yda-
IOIIYI0 WU TeCT-BhIGOPKY, XapaKTePU30BAIU, KAK
9T0 HprHATO B paborax mo xemomerpuke [10], mapa-
merpamu RMSEC (root mean squared error of cali-
bration) wim RMSEP (root mean squared error of
prediction). O6061ieHHbBIE TTOTPEITHOCTH BHIPAKAIH
B MKMOJIB/JI, 4 TaKkxe B % OT CPEIHEro CONepIKAHUSA
apenos B Habope u3 ¢ cmeceit. O6a mapaverpa pac-
CYMTHIBAJIN 10 OJHOM M TOH ke hopmyIie:

RMSEP = (5)

o RMSEC xapakrepusyer ameKBATHOCTb MOIEIH
MIPUMEHUTEIHHO K CMeCaM 13 00yJaroliel BhIGOPKH,
a RMSEP — x cmecam u3 tecr-BoifopKu.
Conocrasienne 060OIIEHHBIX TOTPEITHOCTEH
I Pas3HbIX BapuaHTOB ['A 103BOIsAIO0 BBIOPATH
Jiyqimii crioco6 pacuera pesynbraros. Tor ke mpu-
eM mcnonb3oBanu aus nopbopa AJIB, Beibopa cran-
JAapTHOTO BelecTsa u onTuMusanuu guciaa AJ[B.

O6cy:xaeHne pe3yasLTAaTOB

Cnexmput nozaowernus u evibop AJAB. 3aperu-
CTPHUPOBAHHBIE CIIEKTPHI IIOTJIOIIEHUS BCEX MCCIIE0-
BAHHBIX APEHOB NPUOIUZUTEIBHO COOTBETCTBYIOT
nuTeparypHbeIM AaHHBIM (cM. [17]) u mosromy B nan-
HOM CTAThe He MpPUBeAeHbl. [1ooMeHns MaKkCuMy-
MOB B CIIEKTPaX MOIJIONIEHUA PA3HBIX APEHOB He-
CKOJIBKO Pa3/IMdaroTCsa, HO BCe OHM JIekaTr B obactu
aanH BonH 250 — 270 M. B sroi obnacru oTKIoOHe-
Hus or aggutuBHOocTH (AA) IS IIOAABISIONIETrO
OGOJIBITMHCTBA CMeCeH OBbUIM CTATHCTHUYECKH He3HA-
YUMBIMH, T.€. BBIIOIHAIOCH HEPABEHCTBO

He6onpmue orkioHeHuss or afjATABHOCTHA HAOIIO-
AAJIHUCH TOJIBKO IIPU O4Y€Hb HI/ISKOﬁ HUJIN O49€Hb BBICO-
KOM OLTHYECKOW ILIOTHOCTH PAacTBOPOB, KOIZlA CHHU-
5Ka1ach TOYHOCTD U3MEPEeHHH.

OpHOMEpHBIE TI'PAAyHUPOBOYHBIE TPAMUKA [
Bcex apenoB crpousu tpu 250, 260 u 270 um. Bee
OHU OKa3ajuch npamMoauuedabivu (r > 0,99) u mpo-
XOIAITUMHA Yepes HAYaI0 KoopauHar. /s apeHos ¢
OIUHAKOBBIM YHCJIIOM 6€H30.TII:HI:IX KoJien yrJjoBbIe
rospurmentsr (r.e. Havgenasie merogom MHE
s3HaYeHuA k) 0KA3aIUCh BEIUIUHAME OJHOTO ITOPSI-
ka. Kak u mossapHbie K05 (hUIeHTh HOTIOMe U,
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Ta6auma 3. XapakrepucTuKH 0AHOMEPHBIX TPALYUPOBOK Buga A = a + k£C upu 260 M

Table 3. Characteristics of univariate calibrations A = ¢ + kC for 260 nm

Uucmo Apen O6macts TUHEHHOCTH, Koadbdumnuenr YraoBoi C, iy MOTB/T
KOJel MOJB/I KOppeIanuy, r roaunuenr, &

1 B 104-102 0,993 0,0057 3,9-105
T 104-5-103 0,999 0,0165 3,8-10°5
3B 104-5-103 0,999 0,0176 2,0 - 105
M 104-8-103 0,999 0,0153 4,7-10°
K 5-105-3-10° 0,994 0,0328 2,010
2 H 2-105-1-103 0,998 0,622 1,2- 106
pi| 5-106-1-10+ 0,999 1,721 3,1-107
3 A 5-106-2-10+ 0,992 1,435 2,5 107
D 106-2-10° 0,998 3,841 8,6 108
MA 10-6-105 0,991 3,963 1,9 107

3HAYEHUS £ CHJIBHO MEHSIUCHh [PU U3MEHEHUU TUC-
sia kozers (ta6a. 3). Ilpu 260 am ¢ HauGosinein 9ys-
CTBHUTEJILHOCTHIO OLpeenserca 9-MeTwiaHTpareH,
¢ Haumense — 6enson. [Tapamerp T npu 260 aM
630k k 7 - 102 a npu 250 u 270 HM — elne BhIile,
[I0YTOMY B JAJbHEHIEM HHTEIPAIbHEIE [I0KA3ATeId
paccamrniBanu upu A = 260 uam. Ilpenensr o6uapy-
JKOHUS PA3HBIX APEHOB IIPX HTOU [JIMHE BOJHBI Cy-
uiecTBeHHo pasnmuarorca. (Crarmcrmdeckas obpa-
60TKA TAHHBIX [I0KA3aJ4, YTO KOHIEHTPAI[UY UH/IH-
BUAYAIBHBLIX APEHOB B HX MOJEILHBIX PACTBOPAX
OLIPENEIAOTCA 110 COOTBETCTBYIOIIMM O{HOMEPHBIM
rPafgyupPOBOYHLIM IpadyuKaM ¢ XOPOLIEH TOYHOCTHIO
6C <5 %; S, <3%), npuaem BBIGOPOYHBIE IHIC-
[epcuy OJHOPOIHEL

Buwibop cmandapmrozo sewgecmea u onpedesne-
nue HII. CymvapHOe cofiepiKaHue apeHOB B MOJEhb-
HBIX CMECAX MOJKHO OLPeJesaTh B Iepecdyere Ha -
601 MHAWBUAYAIBLHBIN apeH. Pesyiprarel anammsa
cMecedl w3 o0ydamoiien BHIOOPKH, BLIPAKEHHBIE B
repecdere HA OJWH U3 MOHOLMKINIECKUX APEHOB,
OKA3AJINCH CUJIBHO 3aBBINIEHHLIME (MHOTIA B AECHT-
ku pasz). B nepecuere ua n060# us 6u- UM TPUITAK-
JIMIECKUX APEeHOB OHU ObLIM, KAK IIPABHIIO, 3aHU-
skeHHbME, OTHOCHUTENBHO MeHbInue ([0 MOIYJIO)
CHCTEeMATHIECKUE IIOIPELIHOCTH HAGIIAANINCh [IpU
KCIIOJIB30BAHMUY B KadecTBe X HaTAIWHA UK aH-
rTpanena (rabm. 4), HO U B 9TUX CIy9asx IOT'PEIIHO-
cTH OBUIHM HEJOILyCTUMO BEJIHKH, HHOTAA IIPEBBIIIAS
100 % 110 Mmoxymio.

Benmwanuna RMSEC cocraensma 50 - 60 % or
CpejIHero cojiepaHus apeHos (Cx,,). Hu uzmenenue
AJIMHBI BOJIHBI, HU BAapPbHUPOBAHHWE IIPUPOALI CTaH-
Aapra He II03BOJHUIN CHU3UTD IIOTPEINHOCTH OL€HKN
CyMMapHOTO copepskanus aperos B Buae MII. Orme-
THM, 9TO CyMMAPHOE CONEPIKAHUE MOHOLIUKIIMYE-
CKHUX apeHOB B HUX CMeECAX (B OTCYTCTBHUE THMKEJIbIX
apeHoB) ymaeTcs ONpenensTh ropasmo rounee [13],
TAK KAK BHYTPUTPYIIIIOBAS CEJIEKTUBHOCTH CUTHAJIOB
B 9TOU y3kou rpymme ciaabo sBeipaxena (T'< 7).

Takum 06pasoM, PaCcCIUTHIBATE UHTETPAILHBIE II0-
KAa3aTejad IPU CHJIBHO BBIPAJKEHHON BHYTDPUIPYII-
[I0BOM CEJIGKTHBHOCTH CHUTHAJIOB HE CJIELyeT, STOT
c110c06 TPYIIIOBOTO AHAIU3A JAET XOPOIIUE Pe3yJib-
TATHI TOJIHKO IIPU CPABHUATEIHHO HU3KUX 3HAYEHUAX
T. Bosee IepCIIERTHBHBIM BapUAHTOM IIPEACTAB-
JIAeTCH IIePeXOX K KCIIOIB30BAHUIO MHOTOBOJIHOBOK
CIIEKTpOMETpUH U OOpPAIIEHHBIX MHOTOMEPHBIX
IPAAYUPOBOK.

Ipumenerue 06payerHbIX MHOZOMEPHBIX 2P~
dyuposor. ['pynioBoii aHamms MOLEIBHBIX CMECeH
[NPOBOAWIN C HCIOIL30BAHMEM PAa3HBIX 06pareH-
HBIX I'PAAYHPOBOK, IIOCTPOEHHBIX 11d 4, 6 wmum 11
ANIB. Bece AJIB oTHOCHIHCH K ONHOMY M TOMY K€

Tab6auma 4. PesyabraThl ¥ MOTPEIIHOCTH OIEHKH CyMMap-
HOTO COZEP/KAHNA apeHoB B MOJENbHLIX cMecax B sume UIL B
nepecuere Ha Hadgranus (H) u anTparen (A)

Table 4. Estimates and the errors of estimates of the total
content (8¢) of arenes in model mixtures (c*, total indices in
terms of naphthalene and anthracene)

Homep es ¢*, MEMOJB/T 6¢, %
CMeCH  MEMOJB/T H A H A
1 140 48,4 63,4 —-65,5 -54,7
2 110 56,4 74,9 48,7 -31,9
3 50 72,1 97,4 44,3 94,7
4 40 104,3 143,3 160,7 258,2
5 150 100,1 137,3 -33,3 -8,5
6 150 92,7 126,8 -38,2 -15,5
7 220 99,0 135,7 -55,0 -38,3
8 140 110,1 1515 -21,4 8,2
9 240 54,5 72,1 -77,3 70,0
10 240 1154 159,1 -51,9 -33,7
11 240 1149 158,4 -52,1 -34,0
12 150 1224 169,2 -18,4 12,8
RMSEC, mgmonn/1 92,9 76,4
RMSEC, % ot ¢y, 59,6 49,0
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crexrpanbHoMy auarnazony 240 — 290 am u Gputm
pasMeIeHpl B HeM C MOCTOSHHBIM Imarom. O6sraHo
TOYHOCTh IIPEJCKA3AHUA CYMMAPHBIX COMEp:KAHUN
pacrer mo mepe yBenwuenua uwmciaa AJIB, T.e. mo
Mepe VCIOHEHHUS MareMarudeckou wmopenu [14].
JTa 3aKOHOMEPHOCTh HAOII0IAIACh U B TAHHOM CIIy-
qae (tabim. 5).

Wz npuBeneHHBIX AAHHBIX BHAHO, YTO I[IpH
m = 4 eAUHWYHBIE OTPEIIHOCTH TI'PYIIIOBOTO aHA-
su3a ObUTH MIPUMEPHO TAKKUMH jKe, KaK IIPH pacJyere
HII, a obobmennas norpemsuocts RMSEC — me-
mHoro Menbuie (nopsanka 40 % or cy.,). [Ipu m = 6
eMHUYHBIE IIOTPEIIHOCTH ObLIM  CYIIEeCTBEHHO
meHbire, yem npu pacdere HII, a o6obujennas mo-
TPemHOCTh — nopaaka 27 % ot Cy,. [loppunenue m
70 11 cuiabHO CHU3WIO €AWHUYHBIE IIOTPEIIHOCTH
(o moxysro oum He npessimanu 10 %), a 0606wwen-
HAs IOTPEIIHOCTh COCTABHIA BCETO O % OT Cygp,
IIpumepno Takue xe pesynbpTarsl OBUIHM II0JIYIEHBI
MIpH OTIpeeIeHuH CyMMapHOTO CONEP:KaHUA apeHOB

B CMECHX U3 TECT-BBEIGOPKH, HE COLEPIKAIIUX «IIOCTO-
POHHHX» aPEHOB, T.e. COEJWHEHHWW, He YJITEHHBIX
npu nocrpoenuun mozenu. Takum o6pasom, npu goc-
TATOYHO OOJLIIOM 00bLeMe HMCXOAHBIX AaHHbx (11
AJlB) npumenenue ofpaleHHBIX TPALYHUPOBOK IIO-
3BOJIAET JOCTATOYHO TOYHO OIpPEJeaTh CyMMapHOe
COZIePIKAHNE TeX APEHOB, KOTOPbIe ObLIN HCIOIL30-
BaHEI [P [IOCTPOEHUN MaTeMaTHIECKOH MO eJIH.
Bausnue nocmopornux apernos. Cucremnr ¢
CHJIBHO BBIPa:KEHHOM BHYTPHUTIDYIIIIOBOM CEJIEKTUB-
HOCTBI0 CHTHAJIOB [OJ/KHBI OBITH OYEHDb YyBCTBH-
TEJIbHBI K WHIWBUAYAILHOMY cocTaBy npobsi Ilpu
W3YYEHUN AaHAJIUTHYECKHX BO3MOMKHOCTEH MHOTO-
MEPHBIX TPALYUPOBOK OBLIO YCTAHOBIEHO, YTO LIPH-
cyrcrBre B Hpobe KOMIIOHEHTOB HMCKOMOM TI'DYIIIILI,
HEe Y4TEeHHBIX IIPHU [I0CTPOEHUYU MOAeIU («IIOCTOPOH-
HHX» KOMIIOHEHTORB), IIPUBOAUT K POCTY CHUCTEMATH-
9eCKHX IIOTPENIHOCTEN I'PYNIIOBOTO aHaIu3a Jake
npu ¢1ab0 BBIPAKEHHOW BHYTPHUIPYIIIOBOM CEJIEK-
TuBHOCTH curEHaIoB [13]. B xome Hacrosmero uccie-

Ta6aunma 5. Pesynasrars! (¢*) u morpemsoctu (6¢) OLEHKYN CyMMAPHOTO COAEP/KAHUI APEHOB B MOAENbHBIX CMECAX II0 MHOTO-

MepHBIM TPafyHUPOBKaM IIpu pasHoM uuciae AILB

Table 5. Estimates of the total content of arenes in model mixtures (c*) obtained using multivariate calibrations for different

number of wavelengths and the errors of estimates (6¢)

Homep es, c*, MEMOJB/T &c, %

cMecH MEMOTB/ T m=4 m=6 m=11 m=4 m=6 m=11

1 140 87,2 145,1 144,0 -37,7 3,7 2.9

2 110 101,8 102,5 112,5 -7,5 -6,8 2,3

3 50 106,1 32,5 53,8 112,2 -35,0 7,6

4 40 71,9 57,5 37,6 79,8 43,8 -6,1

5 150 185,6 132,3 157,2 23,7 -11,8 4,8

6 150 159,9 130,1 144,0 6,6 -13,3 -4,0

7 220 150,5 155,5 229,1 -31,6 -29,3 4,2

8 140 173,4 163,3 142,5 23,9 16,6 1,8

9 240 117,6 197,1 235,7 -51,0 -17,9 -1,8

10 240 178,9 191,7 220,2 955 -20,1 -8,2

11 240 1814 2442 246.,5 -254 1,8 2,7

12 150 197,0 201,5 150,5 31,3 34,3 0,3

RMSEC, Mmxmons/n 67,0 425 7,5

RMSEC, % or ¢x,, 42,9 27,3 4,8

Ta6auma 6. O6o61eHHbIe TOTPEIIHOCTY IPYIIIIOBOTO AHANM3A CMeCcel, COAepKaIlX IOCTOPOHHIE apeHsl U 6e3 HUX, IpU pas-

HBIX CIIOCO6ax OLIeHKU CYMMAPHOTO COAEPHAHNA apeHOB

Table 6. Generalized errors of the group analysis of mixtures containing (or not containing) extraneous arenes obtained

using different methods of estimating their total content

Ilepecuer ma X,

Ilo obpatennoi rpaayupoBke

Tun anaTHsupyeMBIX cMecet

Hadramun AmnTtparnen m=4 m=26 m=11
O6yuaromasn BeIOOpKa (6e3 IIOCTOPOHHUX APEHOB) 59,6 49,0 42,9 27,3 4,8
Tecr-BBIGOPEKA (C TIOCTOPOHHUMY apeHaMM) 74,9 66,2 65,2 55,6 79,4

IIpumeuanue. Ilpusenenn: suauenus RMSEC (gna o6yuatomeit seibopru) u RMSEP (ansa TecT-BoIOOpKY), BEIPAMKEHHBIE B

% oT CpeHero CoOgep:EaHuad apeHOB B COOTBETCTBYIOIIINX CMECIX.
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goBaHuA 5TOT 3(QQerT momEeH ObLT MPOABIATHCA
eme cuibHee. /[ IPOBEPKU B COCTAB HEKOTOPBIX
cMeced U3 TeCT-BLIOOPKH [IeIeHAIIPABIEHHO BBOIU-
JIM IIOCTOPOHHKE COENUHEHUS — KAK MOHO-, TAK U
TpULHKInIecKrue apeHsl (cM. tabm. 2). dTo mpuBo-
JHUJI0 K PE3KOMY POCTY CHCTEMATHIECKUX IIOTPELIHO-
creii (Tabn. 6) HezaBucuMO OT crocoba pacuera c*,
BoIfOpa cTAaHZAPTHOTO Berecrsa win uucia AJlB.

Bonpoc o BimaHuE mocTOpOHHUX BeliecTB HA
pesyIbTATHI TPYIIIIOBOTO ananusa tpebyer 6omee me-
ranpHoro uaydenus. OmHAKO yKe ceddac IIOHATHO,
9TO TAKOE BIWAHUE CHJIbHEe LPOABIAETCH IIPU KC-
[10JIb30BAHUN MHOTOMEPHBIX rpaxyupoBok. QuesBun-
HO, IIPY BBICOKOM BHYTPHUIPYIIIOBOM CEIEKTUBHOCTH
CUTHAJIOB ClIefyeT 3apaHee yCTAHOBUTH, KAKWUE W3
KOMIIOHEHTOB HMCKOMOM TIPYIIIBI JOMUHHUPYIOT B Oy-
pymux obbexrax ananusa. ViMeHHO 9TH coequHeHus
cllefyer BBOAUTH B COCTAB MOJEIBHBIX CMECEU IIpU
[IOCTPOEHUU MHOTOMEPHOU IpaayupoBru. Kcmm sxe
YCTAaHOBUTH TUIIOBOM KadYeCTBEHHBLIM COCTAB HCCIIE-
OyeMbIX 00BEKTOB HEBO3MOIKHO, CJIEAYeT IIePEeUTH K
apyromy (MeHee CeIeKTUBHOMY) CIIocofy u3MepeHus
0600IEHHBIX CUTHAJIIOB WX PA3AeIbHOMY OILpese-
JIGHUIO KOMIIOHEHTOB.

JarIoYeHne

ConocraBienre pe3ysiIbTATOB IPYMIIOBOIO aHA-
JIM3a MOJEJIBHBIX CMECeU MOHO-, OW- M TPUIUKINYIe-
CKUX apeHOB II03BOJAET CHENATh Cieaymime 0606-
LIEHUS U PEKOMEH/IAIIUH,

IIpr cunbHO BHIpaXKEHHOU BHYTPHUIDPYIIIOBOU
cenexrtusaocty curnanos (T = 102 - 10%) rTpagumu-
OHHBIU CIIOCOH CIIEKTPOMETPHUYECKON OLIEHKU CyM-
MAPHOTO COJEPIKAHUA OFHOTUIHBIX COEIHHEHUU
B BUJE HHTETPAILHOTO IMIOKA3ATeNs MOKET IIPUBO-
OUTHh K HEIOILyCTHMO BBICOKHM CHCTEMATHIECKUM
[OTPEIIHOCTAM. JTOT CI0CO0 IPYIIIOBOTO AHAIHM3A
rTpebyer HUBEIUPOBAHUA KO3(D(UIIMEHTOB LyBCTBH-
TEIBLHOCTH.

I'pynnosoii amanus o6BbEKTOB ¢ CHILHO BBIpA-
SKeHHOM BHYTPHUIPYIIIIOBOM CEJIEeKTHBHOCTBIO CHUTHA-
JIOB MOJKHO W HYJXHO IIPOBOAWTE, HCIIONB3yH obpa-
L[eHHbIE MHOTOMEPHbIE IPALyUPOBKH, IIOCTPOSHHEIE
10 Pesy/IbTATaM U3MepeHus 0600IeHHBIX CUTHAIOB
npu gocrarogno Gomnsinom guciae AJIB. Onpepenurs
CyMMAapHOe COIEepIKaHue MOHO-, OU- M TPHIMKINIe-
CKUX apeHOB ¢ TOYHOCTHI *+10 % ynaercsa, namepsasd
CBETOLIOIIOIIeHre ucciaeayemMon npobsr mpm 11
AJIIB.

Ly TOYHOM OLIEHKW CyMMAapHOIO COJEp:KaHHA
OJHOTHIIHBIX KOMIIOHEHTOB IIPOOBI B YCIOBHAX
BHYTPUTPYIIIIOBOH CEIIEKTUBHOCTH CUTHAJIOB HAJO,
4T06BI IIPX HOCTPOEHUH 0OPALIEHHON MHOTOMEPHOU
rpafiyupoBKY cMecH u3 ofydaromiei BEIGOpRU conep-
KM TOT ke HaGop KOMIIOHEHTOB, YTO M HPOOBL
IIpucyrcreue B npobe «10CTOPOHHUX» COSAUHEHUH,
HE YYTEHHBIX [IPY HOCTPOEHUH IPALYUPOBKH, BELET

K HEIOILyCTUMO OOJIBIINM IIOTPEIIHOCTAM IPYIIIIOBO-
r0 aHaIW33a HEe3aBHCHMO OT YHCIA HCIOJIb3yeMBIX

AJlB.

OTH BBIBOALI U PEKOMEHAAIWU CIeAyeT y4u-
TBIBATH HE TOJBKO IIPH CIIEKTPOMETPHYECKOM OIIpe-
JeJIeHUur CyMMBI ApeHOB, HO W npu paspaborre u
OLITHMHU3AIHUHU [PYTHUX METOAUK TPYIIIOBOTO aHAJIH-
33, B YA4CTHOCTH, METO[HK aHaIu3a IPUPOJHBIX U
CTOYHBIX BOJ.
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MOHHUTOPHHI' KOHIIEHTPAIIUHN AJIBAETNIOB B MACE RYPHUIIbI
B TEUEHUE ITEPUOJIA XPAHEHHS IIOCJIE PAJTHAITMOHHON
OBPABOTRKRH YCROPEHHBIMH 9JIEKTPOHAMM
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PaguauuoHHBIA MeTO MUINEBONH 00pafoTKN MO3BOJIET PellIaTh P MpobJaeM THIIEBON Ipo-
MBIIIUIEHHOCTH, BKIIOUAI [IOJABICHAE MATOTCHHON MUKPOOHONH O6CEMEHEHHOCTH, COXPAHEHIE
THIIEBOH IIEHHOCTH IPOAYKTA, a Takke YBeIMIcHUe CPOKOB ero XpaHeHus. [laHHLIH MeTox 06-
PaboTKH B COUETAHUH ¢ BHICOKOUYBCTBUTEIBHBIM METOA0OM Ta30BOM XPOMATO-MACC-CIIEKTPOMET-
PHUH MO3BOACT BLIABIATL OMOXUMUUCCKHE MAPKEPDI PAIUaIlAOHHOM 00pafoTKN B MACHBIX IIPO-
IyKTax ¢ HeGOMBUIIMM COAEp:KAHUEM KHApa, TAKUX Kak Kypulla U mHneiika. B mamnoil patorte
TIPEICTABICHEI Pe3yIbTAThl UCCASHOBAHNA 3ABUCHMOCTH CONCPKAHUA JIETYIUX OPTaHUYECKUX
COCIUHECHUI B OXTAKICHHOM MACe KYPHUITLL, 06pab0TaHHOM YCKOPEHHBIMU HICKTPOHAME C 9HEP-
rueii 1 MsB B nosax ot 250 I'p 1o 20 x['p, B Teuenue nByx Henens xpanenus. Oupenenenue e-
TYUHX OPraHWYeCKUX COSAUHECHUN B 00IYIEHHBIX U KOHTPOIBHBIX 06pasIax MpoayKIIUd IPOBO-
qunu Ha 0-e, 1-e, 4-e, 6-¢, 8-¢, 11-e u 13-e cyTKH TOCIe paguaiuoHHOi 06padoTru. OTMeueH 06-
UUH XapaxTep MOBEIeHW KOHIGHTPAITMA AlbIeTUI0B, UICHTA(UIIPOBAHHLIX B 00paboTan-
HBIX W3/IyUeHneM 00pasIax Maca ITHITHL, & UMEHHO, TeKCAHAN, TeITAHA U ICHTAHAIA, B Tede-
HUe IBYX Helelb XPaHeHUs POIYKITUH. ¥ CTAHOBICHO BO3PACTAHNE KOHIICHTPAITUHN ATLACTHIOB
B ofpasmax, obpaboranssix B mo3ax oT 500 I'p no 10 k['p, Ha 1 —4-e cyTKu mocie oOIyUeHUs.
BoIABIEHO, UTO ¢ YBEIUUEHAEM J035I 00IyUeHU BPeMsI HAKOIUICHUS aJIbICTUIOB B OOIyIeHHOM
Msce CABUTACTCI B CTOPOHY MEHEIIIETO IePHOA XpaHeHUs Ipoaykimu. TakuM obpasomM, arbae-
TUIBI BO3MOKHO PACCMATPUBATE KAK IMOTEHITUATLHBIC MAPKEPHI PATUAIIMOHHON 00pafoTKA Maca
KYPHUIIHI B TEUEHUE TIEPBBIX YeTHIPEX CYTOK IOC/Ie POBEICHIA O0IYICHM.

KmogeBsie ciroBa: paxuaruontas 06paboTka IPOLYKTOB ITUTAHNS; MACO KYPHITLI; YCKOPUTETD
3IEKTPOHOB; MApo¢asHbId aHAIN3; Ta30Basd XpoMaTorpagusa-mace-cuexrpoMmerpus (I'X-MC); ne-
Ty4ne OPTaHuIeCKAe COSAUHEHNU; ANbIeTUIBL.

MONITORING THE CONCENTRATION OF ALDEHYDES IN CHICKEN MEAT DURING
THE STORAGE PERIOD AFTER TREATMENT BY ACCELERATED ELECTRONS
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A method of food radiation treatment can address a number of problems in the food industry, including
the suppression of pathogenic microbial contamination, preservation of the nutritional value of the prod-
uct, and extension of the food shelf life. When combined with a highly sensitive gas chromatography-mass
spectrometry, the method provides detection of biochemical markers of radiation processing in meat prod-
ucts with a low content of fat, such as chicken and turkey. We present the results of studying the depend-
ence of the content of volatile organic compounds in chilled chicken meat treated with 1 MeV accelerated
electrons in a dose range from 250 Gy to 20 kGy during two weeks of storage. Concentrations of volatile
organic compounds in the irradiated and control samples of food samples were determined on the zeroth,
1st, 4th gth gth  11th and 13th days after irradiation. Concentrations of aldehydes, namely, hexanal,
heptanal, and pentanal identified in poultry meat samples exposed to radiation demonstrated a similar
behavior during two weeks of product storage. Samples exposed to irradiation in a dose range from 500 Gy
to 10 kGy exhibited an increase in the aldehyde content on days 1 — 4 after irradiation. It is shown that the
time of aldehydes accumulation in irradiated meat shifts towards a shorter period of the product storage
with an increase in the dosage of irradiation. Thus, aldehydes can be considered potential markers of the
radiation treatment of chicken meat during the first four days after irradiation.

Keywords: radiation treatment of food; chicken meat; electron accelerator; headspace analysis; gas chro-

matography mass spectrometry (GC-MS); volatile organic compounds; aldehydes.

Beenenne

CornacHO TAaHHBIM ITPOOBOILCTBEHHOM U CEIIb-
croxozsicreennon oprammsaruu OOH (Food and
Agricultural Organization) ogmoil n3 rro6anbHBIX
mpo6eM arporpoOMBIIIIEHHOTO CEKTOPA SKOHOMUKN
ABJIAIOTCA MOTEPU CEIBCKOXO3ANCTBEHHOM W IIHIIE-
BOM HPOAYKIIMH, BEI3BAHHBIE €€ 6aKTeprasTbHbIM 3a-
rpsasaenueM u gocruramwinue 30 % or obmero o6ne-
Ma IIPOM3BOJUMBIX IIPOAYKTOB nuranus [1].

Bcee 6omee mupoxroe npuMeneHue HAXOTHUT pa-
OUAIMOHHBIN MeTO 00paboTKY IPOAYKTOB ITUTAHUA
¥ CEIbCKOX03AUCTBEHHOTO CHIPHS B IIEJISAX IIPEAOT-
BpAIlleHUA [T0TEPH MPOAYKIMH HA STANAX XPAHECHUS
¥ TPAHCIOPTHUPOBKH, IIPOIIEHUA CPOKOB XPAHECHUSA
u 00ecliedeHus ee CAHUTAPHO-3IUIeMUOJIOTHIECKON
6esonacuocru [2 — 4]. Bo Bcem mupe ormedaercs mo-
BBIIIIEHHBIA HHTEPEC K HUCIIONMb30BAHUID PATUAIAOH-
HbIX TEXHOJIOTHU B ArPOIPOMBIIIIEHHOM KOMILIEKCE
B CBSI3M C AKTHUBHBIM II€PEXO0J0M OT TPAXUIIHOHHBIX
HESKOJIOTHYHBIX METOJ0B XMMHUYIECKOU 00paboTku K
MHHOBAIMOHHLIM «3€JIeHLIM TEeXHOJOTHAM» [5].

CymecTBymomnre MeXIYHAPOAHBIE CTAHAAPTHI
ISO/ASTM! -? [6] npeanucLIBAIOT BLIOOP HUCTOYHH-
KOB HMOHH3HUPYIOIIET0 H3JIyIeHWS, 4 TAKKe MAKCH-
MAJIBHBIM SHEpPreTudecKuil npexpen obpaborku (ns
YCKOpeHHBIX 3ieKTpoHoB — 10 10 MbsB, mus Top-
MO3HOTO manydenus — 10 5 MsB) u mormomenuyro
no3y (mo 10 k['p — B Espone, Asuu u Poccuu, no
20 xI'p — B CIITA). MHuOro4YncieHHBIMHA UCCIEA0BA-
HUAMHA I10Ka3aHOo, 4T0 10351 710 1 KI'p onTUMaibHBL

JUIE CTUMYJISIIIAM CEMSH, 3aJepP:KKH ITPOPACTAHHA
KOPHEIJIOAOB W JIYKOBHWI], YHHUYTOKEHHA HACEKO-
MBIX-BpeauTeel u T.1.; 06paborky B mo3ax or 1 g0
7 kI'p pexomeHayercsi HPUMEHATH I HHAKTUBA-
nuu 60JIe3HETBOPHON MUKEPO(QIOPHI M YBEIMICHUA
CPOKOB TONHOCTH OXJIAMKIEHHON IMPONYKIIWU, a4 TAK-
sxe PpyKTOB M oBoIel; 10361 0T 5 10 10 kK['p mosBo-
JISIOT CHUSUTH YACIEHHOCTh MUKPOOPTAHU3MOB B Cy-
xux npoaykrax [7 — 9].

Hecobnronenne rexuonoruaeckux pessuMoB 06-
paboTKH, a TAKKE PeKOMEHIYEeMBIX CTAHAAPTAMH U
HAYYHBIMH HCCIeIOBAHUAMY 3(P(PEeKTUBHBIX aHAaIa-
30HOB 7103 [8, 10] ansA KaAOU KATEropuu IPOAYK-
[IMH MOKET IPHUBECTH K YXYAIIEHWIO €€ CTPYKTYp-
HBIX ¥ OPTAHOJENTHYECKHUX CBOWCTB. OTH H3Me-
HEHUS CBA3aHBI CO CBOOOMHO-PANUKAIBHBIMU XH-
MHAYECKHMU PEAKIUAMU, AKTUBHO TPOTEKAOIIUMU
B MPOAYKIMH II0C/Ie PAIUAIIMOHHOU 00paboTku, u
PeaKIuAME eCTPYKIUH OeJIKOB, JKHPOB, YIJIEBOAOB
H T.JI.

B nureparype obcyxpmarorca pasnudHbIE METO-
JUKH OIPENEJIeHHUs KUPHO-KHCIOTHOTO COCTABA
MSACHBIX ITPOAYKTOB IUTAHUS W PETHCTPAIMHU B HHUX
HOBOOOPA30BABIINXCH JIETYIUX XUMHUYECKHUX COEMIU-
HEHHU II0CjIe BO3[eHMCTBUA HOHHU3UPYIOIIET0 H3JILy-
genusa [11]. Hawmbomee yHMBEpPCATBHBIM METOMOM
UIEHTH(PHUEKAIIAY JIETYYHUX COEJIWHEHUN B 00JIydeH-
HBIX IPOAYKTAX, COAEPIKAIIUX BJATY, KHUPOBYK M
6eIKOBYIO (DpPAKIMH, ABJIAETCA METOJ Ia30BOU XPO-
MaTorpaduyi B COYETAHUH C MACC-CIIEKTPOMETPHEH

1 IS0 14470:2011. Food irradiation. Requirements for the development, validation and routine control of the process of irradi-

ation using ionizing radiation for the treatment of food.

2 ISO/ASTM 51818:2013. International organization for standardization, American society for testing and materials. Practice
for dosimetry in an electron beam facility for radiation processing at energies between 80 and 300 keV.

3 ISO/ASTM 51649:2015. International organization for standardization. American society for testing and materials. Practice
for dosimetry in an electron beam facility for radiation processing at energies between 300 keV and 25 MeV.

4 ISO/ASTM 51608:2015. International organization for standardization, American society for testing and materials. Practice
for dosimetry in an X-ray (bremsstrahlung) facility for radiation processing at energies between 50 keV and 7.5 MeV.

5 ISO/ASTM 51702:2013. International organization for standardization, American society for testing and materials, Practice
for dosimetry in gamma irradiation facilities for food processing.
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(I'X-MC) [12 - 16], mo3BOIAIOINIMEA C BBICOKOM 5¢)-
(heKTHBHOCTBHIO IPOBOAUTD Pa3e/IeHHe U OIlpeee-
HHe GIU3KHAX 110 MOJEKYJIAPHON Macce COeIUHEHUH.
IIpu sTOM HabGIOTAOTCH CXOMKKE TEHASHIIMHU B IIOBE-
ACHHUU JIeTy4InX OPTaHUuYeCKHuX COGI[HHGHHI:I B MAC-
HOU ¥ PBIOGHOM IIPOAYKIMYU, 4 UMEHHO, BO3PACTAHUE
KOHIIEHTpAlUuX AJIbJAErU0B C yBeJUYeHUeM [ 03bI
obayuenwns [9, 17, 18]. B uccinemopanusax, comep:xa-
IUX OPTraHOJENTHIECKUN aHaIu3 00JyJdeHHOH Ipo-
AYROUWHU W3 MACA IITHUIIBI, OTME4YaeTca, 9YTO MMEHHO
BO3pacTaHre KOHIEHTPAI[MK AJBIETHI0B U CepOCo-
JEPIKANUX COSIUHEHNH ABJIAeTCS Hamboiee 3HAYHU-
MBIM [py (POPMUPOBAHKUY CHEIU(PUIECKOTO 3arraxa
MACHOU npoayruuu [15 — 21].

Jls BEIpabOTKY PEKOMEHTAIUE 10 IIPOBEASHUTO
paguanuoHHOM 06paboTEM TMPOAYKTA HEOGXO0TUMO
HUCClIeq0BaHUE XUMHUYIECKUX I/IBMeHeHI/Ifl B HEM B Te-
YeHHe JJITUTENIBHOTO HePHoa XpaHeHus mociie o6pa-
6orru [18, 22].

ITenp gammol paboThl 3aKIH0YAIACE B OIIpe/ee-
HUH JIETYINX OPTraHWYeCKUX COeJWHEHHUW B OXJIAN-
DEHHOM MfACE HTHUBI II0CTe O0Iy4eHUsI yCKOPEHHBI-
M 3yieKTpoHaMu B posax ot 0,25 xo 20 xkI'p B Teye-
HH€ IBYX HeAe/Ib XPAHCHUA.

IKCIEPAMEHTATHHAA 9aCTh

B rauecrse ob6berra umcciemoBaHusa ObLIM BbI-
OpaHbI CBEIKKE OXJIAMKIEHHBIE TPDYAKY Kyp, 3a6MThIX
33 CYTKH [0 IPOBENEHWS HKCIEPHUMEHTA, B KOJIH-
gecrBe 10 mrryk. OubiTHBIE 06pPA3IBI XPAHUIN B X0-
JopmiibHOM Kamepe mpu temneparype 4 °C. O6pas-
bl KypuHou rpyaku maccoi 0,5 = 0,1 r nmomeranu
B IUIACTHUKOBBIE MUKPOLEHTPUYKHBIE IPOOHUPKU
tuna Jdunengopd odbemom 2 M.

Ob6sygenre 06pasmoB IPOBOIMIIN C UCIIOIB30BA-
HHEM YCKOPUTENIS SJIeKTPOHOB HEIPEPHIBHOIO AeH-
crBus ¥YIJIP-1-25-T-001, paspaborannoro Hayauo-
HCCIIeN0BATENBCKUM HHCTHTYTOM HAEPHOU (DU3HKU
(HNUADP® MI'Y) umenu [[. B. Crobenpunira. [Ipu
npoBepeHuu 06paboTKY TOK IIy4KA BAPHUPOBAIH OT
0,1 mo 3 MA, MakcuMaNIbHAS SHEPrUA HIEKTPOHOB
cocrasnana 1 MasB.

IlTects obpasmor TommuHON He Gojee 3 MM B
MUKDPOIIEHTPUDYIKHBIX TPOOHUPKAX BBIKIAIBIBAIN
HA IIOPATIOMHUHHUEBYIO IUIACTHHY, PACIIOIOKEHHYIO
Ha paccTOSHUU 12 cM OT BBIXOAA IIy4YKa BJIEKTPOHOB
B COOTBETCTBHH CO CXeMOHU OBJIydeHu:, ONMCAHHOU
B pabore [23]. O6pasmbr mpoaykmuu o6ayganu B
nozax 0,25, 0,5, 1, 2, 5, 10 u 20 xI'p. J[na roHTpOIA
[IOTJIOIEHHOU 03Bl WCIIOIL30BAIM CTAHAAPTHEBIE
obpasnel  mormorerson  mo3el CO-IIN(2)1/10 m
CO-I1[(D)P5/50 [24]. Jlnsa oneHKM OXHOPOIHOCTH
pacupenereHus 036l B 00pa3max KypPHILI IIPOBO-
OUIHM MOZENupoBaHWEe HA ocHoBe Meroxa Mowrre-
Kapio ¢ momoriso nporpaMMHOT0 HHCTPYMEHTAPHS
Geant4 [25]. OguoponrHocTs 06aydeHuA, PABHAS OT-

HOIIIEHUI0 MAKCHUMAJIBHOM A03bl K MUHUMAJIBHOU B
obbeme obpasia, cocrasiaina ue menee 80 %.

Ilocne obiaydenus o6pasnpbl XpaHuiad B XOJO-
puianHOUM Kamepe npu 3 —4 °C B teuenue 14 cyToK.
Onpejenenre IeTy4nX OPTAHUYECKUX COIUHEHUU
B 06JILy4€HHBIX ¥ KOHTPOILHBIX 00PA3AX IPOBOAKIIN
ua 0-¢, 1-e, 4-¢, 6-¢, 8-¢, 11-e u 13-e cyTru nocie 06-
JIy9eHHS METO[0M Ta30BOM XpoMarorpaduu ¢ Macc-
crekrpomerpudeckum perexruposanuem (I'X-MC).
s sToro mcenexyemMbie 00pasibl MACCOM 2 T IIoMe-
AJK B BUALY [ NAPO(a3HOTO aHAIM3a, [00aBIIs-
au 2 ma pacrBopa xiopupa Harpua (3 % mace.) B
[IEMOHU30BAHHOM BOJE, FePMETUYHO 3aKPLIBAIN H
IOMEINAIN B yIbTPA3BYKOBYIO BAHHY, I7le 9KCTPATH-
poBasin oOrpenaesdeMble COCAHUHEHHSA B Te4deHue
30 muu. 3arem o6pasipl TepmocrarupoBain 10 MuH
upu 95 °C u 1 M1 napoBo# (hasst 06pasna BBOAUIN B
xpomarorpad.

Hna onpepesieHus JIeTy4WX OPraHUYECKHUX CO-
€IWHEHUW WCIOJIb30BAJIN Ta30BBIM XPOMATO-MAaCC-
crregrpometp Shimadzu GCMS-QP2010 Ultra (Shi-
madzu, fAnoHus), cHAGKEHHBIA aBTOMATHYECKUM
ycrpoucreom BBoga naposoi (azer HT200H Head-
space Autosampler (HTA, Uramua). C6op mauubIX
u 06paboTRY XpOMATOrPAMM IIPOBOJMIIH C IIOMOIILI0
nporpammuoro obecrnedenus GCMSsolution, unen-
TI/I(bI/IKaHI/IIO KOMIIOHEHTOB OCYIIEeCTBJIAJIN C UCII0JIb-
soBanmeM Oubimoreru macc-cuexkrpo NIST/EPA/
NIH Mass Spectral Library 2008 (NIST 08).

I[.TIH pasgesieHusd KOMIIOHEHTOB HCIIOJIb30BAJIA
KANWUIApHY KomoHKy VF-624 MS (60 m X
%X 0,32 mm X 1,8 mxm). Temneparypuas nporpamma
pasgesienusa KOMIIOHEHTOB: Ha4YaJibHasd TeMIlepary-
pa — 40 °C, nanmee uzorepMa B TedeHHe 5 MUH, 3a-
TeM co cropocrsio 6 °C/mun mogbem mo 220 °C, uszo-
TepMa IIPU KOHEYHOU Temieparype 5 muH. ['az-Ho-
curens — renaun. [loTok rasa-aocurensa (remus) de-
pes KoJOHKy cocrasisn 1,5 cm3/mMun, Temmeparypa
ucnapurens — 250 °C; uarepdeiica — 200 °C. O6-
Pasibl 06y aiu IIOTOKOM HOHUBHUPYIOIIUX 3JIEKTPO-
HOB ¢ 9Hepruen 70 5B (remneparypa KBagpyrons —
200 °C, monnoro mcrounmka — 230 °C). Xpomaro-
TpaMMbl PETUCTPUPOBAIU B PERUME CKAHUPOBAHUA
BCeX MOHOB OT m/z 33 g0 350, cKopoCcTh CKAHUPOBA-
HUA cocrasisia 3,3 CckaH/c.

Crarucrugeckyio 06paboTKy IIOIyIEHHBIX AAH-
HBIX IIPOBOAWJIN C IIOMOINBIO IIAKETa IIPURJIATHBIX
nporpamm Microsoft Excel (CIITA) u Origin (Origin
Lab Corporation, CIITA).

O6cy:kaeHne pe3yasLTATOB

Bo Bcex 06iy4eHHBIX U KOHTPOJBHBIX 06pasiax
ObUI0 HMAEHTHU(PUIUPOBAHO 9 JIETYINX COSNUHEHUUN:
crupThl (meHTanos-1, rekcanoi-1), anpaeruns! (eH-
TAHAIbL, TEKCAHAb, TelITAHAIIL), KEeTOHBI (aIleToH,
OyraHoH-2, neHTaHOH-2) U Ccyiabuasl (gemuTHi-
cynbtun). B rabiaune npexcraBieHpl KOHIEHTpPA-
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Fig. 1. Dependence of the concentration of pentanal (@), hexanal (b), heptanal (¢) in chicken meat after irradiation at doses
within 0.25 — 20 kGy on the storage time

Conepxanue uAeHTH(GUIINPOBAHHBIX COENUHEHUN B MCCIeAyeMbIX o0pasnax (MKI/KT) B AeHb IpoBefeHus obiaydeHus (n = 3;
P =0,95)
Content of identified compounds in the samples under study (pg/kg) measured on day of irradiation (n = 3; P = 0.95)

Hosa obnyuenns, xkl'p

Komnonent
0 0,25 0,5 1 2 5 10 20

Ilenranans 46 =9 119 = 24 195 = 39 65 + 13 112 = 22 189 + 37 306 19+ 3
T'ekcanans 494 =99 1867 = 370 2702 =540 899 = 180 2003 =400 2932 =590 458 =90 253 =50
Tenramans 75 =15 125 =25 145 = 29 85 = 17 132 + 26 194 = 38 71+14 5210
Ilenranon-1 24 =5 66 = 13 114 = 23 78 = 15 115 = 23 252 = 50 67x13 70=x14
Texcanon-1 47+9 41 = 8 87 = 17 101 = 20 268 =53 1072 =210 222 +44 216 * 43
AtnterTor 72 £ 14 74 + 15 78 = 16 61 =12 51+ 10 81 + 16 57x11 T74=x15
Byranon-2 59 =12 78 = 16 86 = 17 357 377 74 = 14 27+ 5 397
ITenranon-2 3,6 0,7 16 £ 3 21 x4 7,9+ 16 15 = 3 24 £ 4 4609 18=*03
Hemuruncynbdun 46 =09 13+3 11+2 7,114 25+ 5 52 = 10 45+ 9 47+ 9
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Puc. 2. 3aBucnMocTy KOHIIEHTPAIIUY IIEHTAHAILI OT BPpEMEHU XpaHeHusa 00pasIioB MAca KypHIlbl, 06IyIeHHbIX B 103ax (KI'p):
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Fig. 2. Dependences of pentanal concentration in chicken meat samples irradiated at a dose of 0. 25 kGy (a), 0. 5 kGy (b),
1 kGy and 2 kGy (¢), 5 kGy and 10 kGy (d), 20 kGy (e), and in non-irradiated control samples (a) from storage time

MU JIETYIUX OPTAHMYECKUX COEJMHEHUU B KOH-
TPOJIBHBIX ¥ OOJYYEHHBIX 00pasiax Msca IITHUIII,
[OJIyd4eHHbIEe B AeHb nposenenus obiaygenus (0-e
CYTKH UCCIIEOBAHUSA).

Kaxr Bupno w3 Tabmumsl, 1A Bcex COeMUHEHUN
HAGIIOIA0TCH HeJWHEWHbIE 3aBHCHMOCTA WX KOH-
[eHTpanuu OT [03bl obimydenws. Ilpm sTOM KOH-
[eHTPAIHS TeKCAHAIA B HEOBIyJYeHHBIX U 00/IyIeH-
HBIX B mozax 0,25 — 20 xI'p obpasiax msaca KypHIlbI
BBIIIIE 10 CPABHEHUIO C KOHIIEHTPAI[ASMHA APYTHUX CO-
eMHEHHH, YTO MOATBEPIKIACTCS APYTUMH HCCIEI0-
Banusavu [18, 19, 26]. T'ekcanans sBngercd HauU-
60J1ee PacIIPOCTPAHEHHBIM ATbIETHUIOM, UIEHTH M-
NUPOBAHHBLIM B MSCE KYPHUIIbI, U CIMTAETCH OXHUM
W3 BAXKHEWINHNX OJOPAHTOB B JAAHHOM BHIE OXJIAMK-
JeHHOU npoaykouu [17, 27].

Mp1 npoBenr MOHHUTOPHHT KOHIIEHTPAIIAH AJTh-
JETUI0B B MSCE KYPHIILI II0CIe €€ 00JIyIeHnus yCKO-
PEHHBIMH BJIEKTPOHAMH B TEYEHHE [JIUTEIHHOTO
BpeMeHHU xpaHeHus. Ha puc. 1 npexncraBiieHs] 3aBuU-
CHMOCTH KOHIIEHTPAIMK HAEHTHU(UIIMPOBAHHBIX
ANBAETUIOB — [EHTAHAJA, TeKCAHAIA W TelTaHa-
JIi — OT BPEMEHHW XpaHeHus B 06pasnax mpomyk-
nwu, o6mydenHoi B osax ot 0,25 no 20 l'p.

Kag Bumno w3 puc. 1, 1y1a Bcex anbIeruaoB HA-
GIIFOAI0TCS CXOKUE 3ABUCUMOCTH KOHIIEHTPAIIUHA 0T
BpPEMEHM XPaHeHWs [JIA Pa3JWdHbIX 103. Tag, nusa
KOHTPOJIbHBIX HEOOILYyIeHHBIX U 00J[y4eHHBIX B 036
0,25 x['p 06pasmoB MsAca KypPHUILI MOKHO OTMETHTH
HEJIMHEWHBIN Caj KOHIIEHTPAIIMU IeHTAHAJA, TeK-
CAHAJIA W TENTAHAIA C TEYCHHWEM BPEMEHH XpaHe-
uuA. [Ipu sToM myis 06pasios, 06IyJeHHBIX B 1036

0,25 xI'p, nHamewyaerca HeGOMBINOH MUK HA 8- Cy-
TEH, a miaa 103 ceeine 0,25 k['p mabaromaercs sas-
HBIM IIUK BO3PACTAHUA KOHIEHTPAIIUU AILIETHAORB
Ha 2 — 6-e cyT xpanenud npoaykuuu. MosxHo orme-
THTB, 9TO 119 06pasmos, obpaboraHHbpix B mo3ax 10
u 20 x['p, 3HAYEeHNs KOHIEHTPALMN ATBAETHI0B HA
0-e cyTKu nexar B mpejiesax KOHTPOJLHBLIX 3HAYE-
HUH, 4 B TeYeHHe JATBHEHINEer0 XpaHeHus 06pasIos
KOHI[EHTPAIMK KAK [IPEBBIIIAIT KOHTPOJILHEIE II0-
Kasaresiu, TAK U MeHbine Hux. /[na 103 obiydenns
or 0,25 10 5 kI'p BRIKOYUTEIBHO KOHIEHTPALUMU UC-
CleyeMbIX aJIbACTUA0B BEIIIE KOHTPOJbBHBIX 3HAYE-
HUU B TE€YCHNE BCETO BPDEeMEHU XPaHeHud.

Ha puc. 2 npexpcraBneHsl 3KCIEPUMEHTAILHBIE
3HAYEHHUA KOHIEHTpAaIMi TeHTaHais B ofpasmax
MsAca Kypuibl, obiaygenabix B goszax ot 0,25 mo
20 x['p, oT BpeMeHU XpaHeHUs.

W3 puc. 2,6,2 BugHO, 4TO0 UOpH yBEJIHYEHUHU
no3b1 o6aygenus ot 0,5 o 10 k['p mabmromaerca xa-
pPaKTepHOe BO3PACTAHME KOHIIEHTPAIIMU IeHTAHAIA
B 06pasmax KypHIlbl B IIEPBBIE YeTBEPO CyTOK XpaHe-
uus. [lpu sTom mia 06pasmos, 06IyYEeHHBIX B 1036
0,5 xI'p, mMakcumanbHOe 3HAYEHHE KOHI[EHTPAIUHU
JOCTHUTAETCH Ha IIepBble cyTRY, aid no3 1 u 2 xI'p —
MESEy IIEPBLIMH M YeTBEPTBIMH CyTKamu Habiome-
Hud, a 14 103 5 u 10 xk['p nur koHIeHTpANUY T1eH-
TAHAJIA MPUXOIUTCA HA IIEPBLIE CYTKH XPAHEHHS.
Pesynwrarer  ompemenenums ApyTHX —aNbIETHIOB,
UAeHTH(UOIUPOBAHHEBIX B 00pa3ax KyPHILI [10CIe
ee 06ydeHHUA B TEUEHUE ABYX HEJEIb €€ XPaHeHHU,
HOCAT aHAJIOTHYHBIA xapakrep. Taxwmm o6pasom, c
YBeJIMYEHUeM 03bI 00IyJYeHuA HAKOIUJIEHUE Ab/e-
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rupoB B OOMy4eHHOM MsAce mpoucxogur Ha 1 —4-e
CYTKH XpaHEHHUH.

3arIoYeHne

B pesynsrare mnpoBemeHHBIX UCCIeIOBAHUN
YCTAHOBJIEHO, YTO [JIA BCeX 06 Iyd4eHHbBIX 06pasIios B
puarnazone no3 or 0,25 xo 5 x['p kommenrpanuun
uaeHTH(HUITUPYEMBIX AJTBISTHI0B BbIIIe KOHTPOJIb-
HBIX 3HAYEHWH B TEYCHUE BCETO IIEPHUO/A XPAHEHMUA,
a mrsa o3 10 u 20 k['p 3HAYEeHUA KOHIEHTPALUN
TeKCAHAJIH, TeTAHAIA U [IeHTAHAIA KAK HUKe, TaK
¥ BBIIIE KOHTPOJBHBIX IOKA3ATENeH HA IPOTIIKe-
HHUH BCEro BpemeHu ucciexoBanud. [Ipu sTom KoH-
[EHTPAIIMHA AJBIETUA0B B 06pasnax Kypwuilpl, o6pa-
6orauubix B 103 0,25 k['p, ¥ B KOHTPOJIBHBIX HEOH-
JIy9eHHBIX 00pa3nax HKCIOHEHI[UAILHO YMEHBIIA-
FOTCH C TEYCHUEM BPEeMEHU XPAHEHHS.

YCraHoBIIEHO, 4TO B IIEPBbIE YETBEPO CYTOK
xpaHenus HaGIIOKAETCH MK HAKOIUIEHUSA IeKCAHA-
JIs, TEITAHAIA ¥ [eHTAHAIS B 06pasnax mMsca nrTu-
b1, 06ydennbix B posax or 0,5 mo 10 xI'p, npuyem
¢ yBEIWYEHHEM [03bI 00paboTKHM WK HAKOILICHUSA
AIBIETHAOB CHBUTAETCA B CTOPOHY MEHBIIEro Bpe-
MeHm xpaseHud. Tarkum obpasom, maeHTHMUIHPY-
eMble aJbJIETHIbl MOTYT SBISTHCH ITOTEHITHATbHHBI-
MH MapKepaMu PASHAlHOHHON 00paboTKH Oxjiai-
IEHHOTO MACA KyPHUIIBl B TEYEHHE IMEPBBIX YeThIPEX
cyTOK 11ocie ofpaborku B gosax cesie 0,5 xl'p.

Baaromapaoctn

Hccneposanme BoimonHeHo npu (PUHAHCOBOU
noanep:xxke PH® B pavMrax HAyYHOTO IIPOEKTA
Ne 22-63-00075.
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Ha oreuecTBeHHBIX ATIOMUHAEBHIX 3aBOJAX B IEJIIX OMTEPATUBHOTO TEXHOIOTUIECKOT0 KOHTPOJIST
COCTaBa OXIAEICHHOTO 3JIEKTPOIUTA UCIOAb3YI0T KOMOMHALIAI METOIOB PeHTreH0(as0Boro u
PEHTTEHOCIEKTPATLHOTO AHAIN3A, [IPU 9TOM I KATMOPOBKUA U3MEPUTEILHBIX IPUGOPOB IIPU-
MEHSIOT CTAHAAPTHEIE 00PAsITHI XUMITIeCKOT0 U hazosoro cocrapa. CHHTE3 cTaHIAPTHBIX 06pas-
[I0B 13 TIPOCTHIX KOMIIOHEHTOB HEBO3MOKEH [0 TIPUYNHE HeATeKBATHOCTH X MUKPOKPUCTAILIH-
YECKOHM CTPYKTYPHI PEATBHBIM 00pasiaM 3IeKTpoauTa. B cBAsn ¢ 3TUM HeoOXOIUMO HCIIONB30-
BaTh CTAHJAPTHLIE 00PAasIbl, HOJIYICHHEBIE HeITOCPEICTBEHHO U3 MATEPUAIA PEATLHBIX JJICKTPO-
JIUTOB € JOCTOBEPHO YCTAHOBACHHBIM KOJIMISCTBEHHBIM XUMAUCCKAM U MAHEPAIOTUIeCKUM (ha-
30BBIM cOCTABOM. MBI M3TOTOBUIA TAKON KOMILIEKT U3 30 CTaHIAPTHBIX 06PasIoB BACKTPOIUTA
AMIOMUHAEBOTO [IPOU3BOJICTBA: MATEPUATIOM CIIYKII SJACKTPOIUT, HEMOCPEICTBEHHO OTOOpaH-
HBIA U3 BICKTPOIU3HBIX BAHH PA3IUUHBIX 3aBOI0B, YACTH 00DAasIoB A/ PACIIMPEHUS TAATIA30-
Ha cocTaBa JIOMUPOBATINA (PTOPUAAMU HATPU, ATIOMUHUAI, KANBINUA U Maruusa. BeimoaHena MeT-
POTIOTHYECKAs ATTeCTAIlUI KOMIUIEKTa co crarycoM «OTpaciesble CTAHAAPTHBIC 00pA3IIHI»
(OCO) Ha ocHOBe JaHHBIX MEKIAO0PATOPHOTO AHAIN3A IO IPUMEHIEMBIM Ha 3aBOJAaX METOAU-
KaM PeHTTEHOBCKOTO KOHTPOJA W [0 H3BECTHOMY peHTreHodaszoBoMy MeTony Puteenbaa mis
OTIpeeIeHus KOMMIeCTBEHHOT0 (azoBoro cocTasa. KOMILUTEKT BHeIpeH Ha ceMU 3aBOJaX KOMIIA-

aun «PYCAJI».

Kmo4deBbie CJI0BA: SI6KTPOIUT ATIOMUHIEBOTO IPOUZBOCTBA; CTAHAAPTHEIE 00pasIbl; PEHT-
TEHOBCKUH TEXHOJOTWYECKAH KOHTPOJIB; KOMMIECTBEHHBIN DPEHTTeHO(A30BBIN aHAIUZ; METO[
Putsennaa.

ANALYTICAL APPROACHES IN THE DEVELOPMENT OF INDUSTRY STANDARD
SPECIMENS OF ALUMINUM PRODUCTION ELECTROLYTE
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A combination of the methods of X-ray phase and X-ray spectral analyzes is used at domestic aluminum
plants for operational technological control of the composition of cooled electrolytes. In this case, standard
samples of chemical and phase composition are used to calibrate measuring instruments. The synthesis of
standard samples from simple components is impossible due to the inadequacy of their microcrystalline
structure to real electrolyte samples. Therefore, it is necessary to develop standard samples directly from
the material of real electrolytes with a reliably established quantitative chemical and mineralogical phase
composition. We managed to develop a set of 30 standard samples of aluminum-produced electrolyte using
electrolytes taken from the electrolysis baths of various plants; some of the samples were doped with so-
dium, aluminum, calcium, and magnesium fluorides to expand the range of compositions. A metrological
certification of the set with the status of “Industry standard samples” was performed based on the data of
interlaboratory analysis according to the methods of X-ray control used at the plants and according to the
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well-known Rietveld X-ray phase method for determining the quantitative phase composition. The set has
been successfully implemented at seven RUSAL plants.

Keywords: aluminum production electrolyte; standard samples; X-ray technological control; quantitative

X-ray phase analysis; Rietveld method.

Beenenne

Poccus apnsercs rpynHedmuM MEPOBBIM IIPO-
uapogureneM anovunud [1]. [IpompinuieBHbIH cHio-
€06 IIPOM3BOACTBA ANIOMUHUA — €ro HIEKTPOJIATH-
4eCKOe BOCCTAHOBJIEGHHE W3 OKcuaa (TIMHO3eMa),
PACTBOPEHHOr0 B KPUOJHUTOBOM 3JeKTpoiuTe (pac-
mwiape (PTOPUIOB HATPHUS, ATIOMHHHUA, KAILIHUA U
maruud) npu remmeparypax 940 — 960 °C. dnerrpo-
JINTHI IIPOMBINLJICHHBIX AJIMHHHEBBIX JJIEKTPOJIN-
3€POB 110 CBOEMY COCTABY OTBEYAKOT PACILIABAM CHUC-
tembl (Na — Al - Ca - Mg) - F — O, congep:xamen mo-
pagxa: 12 % Al, 25 % Na, 56 % F, 4 % Ca, 1 % Mg u
2 % O. lobaBka (propuma Maruus B HACTOSIIEE Bpe-
M{A IIOYTH HE HCIIOJIb3yeTCd, HO OH HAKAILJINBAETCHA B
snerrpoiure (mo 1,5 % macc.) B Ka4ecTBe IIPUMECH
u3 rimaosema. CooTHOIIeHHEe (PTOPHUIOB B BIEKTPO-
JIUTe ABIAETCH BAKHEUITeH XapaKTePHUCTUKOU TeX-
HOJIOTHYECKOTO IIPOIECcCa ATIOMUHUEBOTO IIPOU3BOJI-
crea. Iloamep:xanue 9TOTO COOTHOIIEHUS B OITH-
MAJIBHOM MHTEPBAJIC 3HAYEHUN 00€CIIeINBAETCH IIy-
TEM I[EPUOIUYECKOTO BBEIEHHUS B BIIEKTPOJU3HBIE
BaHHBI 106aBOK (PTOPHAOB, KOJHYECTBO KOTOPBIX
PacCIuTHIBAKT II0 JAHHBIM OII€PATHBHOTIO PEHTIEe-
HOBCKOI'O KOHTPOJIH OXJIAKIEHHBIX PO BIEKTPOIIH-
Ta B 3aBOJCKUX J1a60paATOPHIX.

Konrpons ocHOBaH HA KOMOMHALIMY [BYX Hepas-
PYLIAKIIUX METO/[0B — PEHTTEeHOBCKOr0 Juhpakiu-
ounoro (pazosoro ananuza (PPA) u perrreHoBcKOro
criexrpaibHOTo hiyopecientaoro ananusza (PCA) ¢
HCIOIb30BAHUEM CIENUAIBHO paspaboTaHHBIX s

AHAIN3a HIIEKTPOIUTA PEHTTEHOBCKUX M3MEPUTEIh-
HBIX HpubOPoB — HudPAKTOMETPOB C (PIyopecrieHT-
HBIM KAHAJIOM WKW (PIIyOPECIEeHTHBIX CIIEKTPO-
METPOB ¢ Au(PAKIMOHHBLIM KaHAIOM. B KagecTse
OCHOBHBIX KOHTPOJHMPYEMBIX HApaMeTPOB HA IPO-
W3BOJACTBE BBENEHBI CIEAYIOLIHE: KPUOIUTOBOE
oruomrenne (KO) — monbHOE cooTHOIIEHHE QPTOPU-
JIOB HATPHSA U ATFOMUHUA — W BAJIOBBIE COINEPIKAHU
n06aBOK — (PTOPUAOB Kaiubilud w Marawda. Jwua-
nazon uzmenenus KO Haxoxgures B npegenax ot 2,1
no 2,9; xounentparus CaF, uamensercs or 3 mo
10 % macc., MgF, — or 0 mno 1,5 % macc. Heo6xomu-
Mas 9acToTa KOHTPOJA BAHHEBI HA 3aBOJEe — pa3 B
2 — 3 musa, rounocts KouTposas KO ~ 0,04, tounocTs
roHTpONA (propunoB ~10 % orH., Bpemsa aHamu3a
OHOM MPOBBI COCTABIAET HECKOABKO MHHYT. [lo
gaaabiM POA u PCA oxnamxmenable mpo6bl Hiek-
TPOJIATA MMEIOT IIePEeMEeHHBIN XUMUIeCKUU U (paso-
BBIU COCTAB U MUKPOKPUCTAIIINIECKYIO CTPYKTYPY U
MOTYT OZHOBPEMEHHO COAEPKATH 0 CeMU MHHepa-
sorugeckux gpropugHeix has (tabuuna).

KO paccamrpiBaror myrem BhIMIEHEHHS U3 KaK-
J0¥ (has3kl comepsKaIIuxcsa B Hel noien gropuna Ha-
TpuA U (PTOPHUAA ATIOMUHHUA 110 (POpPMYIIe:

rme CR (cryolite ratio) — kpmonuToBoe oTHOIIEHUE
(RO); C; — rounenrpanuu dpropugasx a3 upobsr;

Daz0BBIA COCTAB OXJIAKICHHOTO saeKTponuTa Komnaunu «PYCAJ»

Phase composition of RUSAL cooled electrolyte

®Pasza Xumudeckasa dopmyna Boamosmmsiit ananason (% macc.) Hduanason KO
Kpuonur NajAlF, 0-90 1,7-3,6
Xuomur NaALF,, 0-85 1,67-3,0
Kaneimessiit kpuomur 1 NaCaAlF, 0-10 1,67-29
Kanprmesrtit kpronut 2 Na,CagALF,, 0-18 1,67-2,95
Omroopur CaF, 0-10 2,6 -3,6
Bebepur Na,MgAlF, 0-15 1,67 -2,85
Heit6opur NaMgl'y 0-8 2,65 -3,6
Dropuzn HATPHA NaF 0-3 3,0 - 3,6
Kopysz a-AlL,Oq4 0-2 ~2,0-3,0
T'musozeM v-AlL,O4 Heckonbro % 1,67-3,0
Anpmaconur® K,NaAlF, O1 010 ~5% 1,67-2,9
ITpoune npumecu MgAl,0,, SiO, Honu %

* QO6pasyerca IpY HAKOIUIEHUH Kalud U3 TINHO3eMA,
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a;, B; — moububie gonu NaF u AlF; B i-i1 hase coor-
BETCTBEHHO,

OcHoBHBIE HpensTCcTBUSA IpU paspaborke MHO-
rodpazabix OCO snexrponura cuepyromue: 1) He-
BO3MOMKHOCTDL II0Jy4eHHs OOpasIoB, ajeKBaTHBIX
mpo6aM MPOMBIIIIEHHOTO SIEKTPOINATA, IyTeM CMe-
IIIeHUuA U CILJIABJIEHUA CHHTETHUYECKUX KOMIIOHEHTOB
M3-32 HECOOTBETCTBHSA UX MUKPOKPUCTAILIMYECKOU
CTPYKTYPbI PeajbHBIM 00pasuaM 3JeKTPoIuTa, a
3HAYUT U I/IHTeHCI/IBHOCTeﬁ UX aHAJAIUTHYECEKUX IIU-
KOB (pasz Ha gupparkrorpaMme Ipu aHaiawuse; 2) pac-
[pejieJieHue IIPH CUHTE3e KaMKIOTO U3 HCXOIHBIX
rommonenros (NaF, AlF;, CaF,, MgF,) oxnospe-
MEHHO B HECKOJBKHX (PTOPHUAHBIX (Pa3ax WM CIIOM-
HOCTBb OIIpefesieHuda HUX TOYHOI'0 KOJHUYeCTBEHHOTO
dazoBoro cocrara; 3) TUKBHAAIHAA HA GONBITHHCTBE
ATIOMHUHHEBLIX 3aBOJ0B TOYHOTO ap6I/ITpa?KHOI‘O XU~
MHYECKOTO METO[A aHAIM3A BBUJLY €r0 CAOMKHOCTU U
JJIUTEJIBHOCTH M 6J1ar0/:[apﬂ PasBUTHUIO pPEHTTe-
HOBCKOT'0 TE@XHOJOTHYECKOI0 KOHTPOJA B 3aBOICKUX
snaboparopusx.

HOCKOJII)Ky OIITUMH3AIUA TEeXHOJOTUYEeCKOTIO
[porecca 3JeKTPOJIu3a Ha 3aBOAaX B IIOC/IeHee [e-
CATHJIETHE [IPUBEJIA K CYMEHUIO JUAIIa30HOB COCTa-
Ba (rexunonormueckoe KO maxommrTcs B mpemenax
2,2 -2,5), nid moiydeHus o6pasmoB, COOTBETCTBY-
OIIKUX KPaMHUM TOYKAM Ha KaauOpOBKAaX coCrasa,
qacTh 00pasioB 6pUI0 HEOOXOAUMO IOIHUPOBATH
dropunamvu.

Heobxopumocts monyueHus craHgapTHBIX 006-
pasmos (CO) HermocpenCcTBeHHO U3 MATEPHAIA DITeK-
TPOJHTA, OTOOPAHHOTO U3 3JIEKTPOJHM3HBIX BAHH 3a-
BOJOB, U UCIIOJIB30BAHUA [JIA MeKIa60pATOPHOM aT-
recrariu CO  TOJBKO CyIIECTBYIOIIUX METOI0OB
PEHTTEeHOBCKOI0 TEXHOJIOIHYECKOT0 KOHTPOJIS HE CO-
CTABMIJIA CYIIECTBEHHOM IPOOJIeMbl, IIOCKOJIbKY HA
MHOTHX QJIIMWHHEBBIX 3aBOAdX K 9TOMY BpPEMEHH
ucrnonap3osanmu ocratku mepsbix OCO, paspaboran-
ubix Havu B 2005 r. [2]. 9u OCO Taxxke 66utH co3-
JAAaHBI U3 Hp06 IIPOMBIINUJIEHHOTO 3JIEKTPOJIXUTa, HO B
60Jee MHUPOKOM AMAIa30HE cocTaBa 6es monwmpora-
HHUA U 6I)IJII/I arTreCTOBAHBI €11e MeTOA0OM XUMUYIECKO-
ro amammsa. JTO 00ECIeYmsIo TMPHeMJIEMYI IIpa-
BHUJIBHOCTB OIIpeAeIeHud XUMHUYeCKOIro cocraBa HO-
Beix OCO 10 peHTreHOBCKUM METOLUKAM C UCIIOJIb-
sopauuem crapeix OCO. Kpome Toro, npaBuibHOCTS
KOHTPOJHUPOBAJIHN HE3aBUCUMBIM METOA0M KOJIHUYIEeCT-
BEeHHOTO penTreHogasosoro amanmsa (KPDPA) mo
Pursesnbay ¢ pacuerom xumudeckoro cocrasa us ¢a-
30BOTO. BTOT pacduer ABJIAETCA BeCbMAa TOYHBIM C
y4eToM TOTO, 4T0 BCe (propuHbie hasbl SIEeKTPOIH-
Ta crexmomerpudeckue (cMm. rabawmiry). /lonmpora-
HHUE 9aCTHu 06pa3u0B BBIIIOJIHAJIHN IIOCJIEe UX aTTecTra-
LMY, 4TO [IO3BOJIMJIO ATTECTOBATDL HTU 06pasibl BTO-
PHUYHO 110 PACYETHO-IKCIIEPUMEHTAILHON MIPOLEeLy-
pe LOATOTOBKU € KMCIIOJb30BAHUEM YK€ aTTeCTOBAH-
HBIX 3Ha‘1€HHfI XUMHAYECKOTO COCTaBA.

Taxum 06paszoM, AHATUTHIECKAS 347344 10 pas-
paborke u arrecraruu kKomiuiekra HoBbix OCO xwu-
MHYECKOTO U (PAa30BOTO COCTABA SJIEKTPOJIUTA AJI0-
MHHHUEBBIX SJIEKTPOJIM3EPOB OTIMYAIACH OT IIPEeIbI-
IyIIed, U3JI0KeHHOU B pabore [2], npumeHeHuem
pormmpoeanusa gactu OCO u ucrons30BaHuEM METO-
na Pursenbaa 118 KOHTPOJIA MPABUILHOCTH COCTABA
Bcex OCO mopu arrecramuu. Pemienne 5Tou 3amagyun
obecriequBaeT Ka4ecTBo U 3(PHEeRTUBHOCTD TEXHOIO-
THYECKOTO MPOIlecca BHIEKTPOIU3a ANMIOMHUHHSA 34
CYeT TOYHOTO PEHTTEHOBCKOTO KOHTPOJIA W IOAIep-
JKAHKSA HA OCHOBE STHX JAHHBIX ONTHMAJIBLHOIO CO-
CTABA SJIEKTPOIUTA B SJIEKTPOIH3EPaX.

MeToansl HccaeToBaHUI

Kax ormeuanocs Beinie, s mMesxaadoparopuoi
arrecranuu 06pasloB HIEKTPOAUTA B KAYECTBE
OCO wmcmonpsoBaiu 3aBOJCKHE METOABI OIepa-
TUBHOIO PEHTIEHOBCKOTO TEXHOIOTUYECKOTO KOH-
Tponsa. B poccuiickoil IpakTUKe KOHTPOJIA BIEKTPO-
JIUTa B HAcCTOoAINee BpeMsd IIPUMEHAIT ABa OCHOB-
HBIX BAPUAHTA.

1. BapwuanT Ha 6a3e peHTreHO(IyOPECIEHTHOTO
CIIEKTpOMeTpa ¢ JUu(PAKIIHOHHBIM KaHaiaoM [3]
630Kk K ycrapeemmeMmy Bapuanty BAMM [4].
Peanpuoe KO anmporcumupyercs amajiormgmo, a
scoomorarensaoe KO 6e3 yuera mo6asox — obpar-
HOM orHOcuTeNnbHO J = I ;/I .. (cooTHOIIEHNE UHTEH-
CHUBHOCTEU CHTHAJIOB (pas XHWOIHTA U KPUOIUTA)
yurnmen:

CR = A CR* - B(c(CaF,) +
+ C(c(MgF5)) - D(c(fluo)), (2)
CR* = 1,67 + 1,46/(1,1 + J).

OTIrauTensHON 9ePTOH BAPHUAHTA SABIAETCH OLpe-
nenenue Ko3dgpdunumenrtos A, B, C, D nyrem marema-
THYECKOM IIOATOHKH (METOLOM PEerpecCHOHHOrO aHa-
smmza) sHavenudi KO, paccanrsiBaembix mo gopmyire
(2), ¥ m3BecrubIM 3HayeHuaM KO kanboua u Maraua
no craEgapTHeIM obpasmam. Hepocrarkom srToro
[IOAXOAA SABJISETCA IIOTEPS TOYHOCTH OIPEAeIeHHS
KO 1mpu mocrarouno wacrom aHOMAIBHOM COOTHO-
LIEHWUH JBYX KAJIBIHUEBBIX KPUOJIUTOB B 1pobax, co-
JEePIKAIIKX PA3HbIe J0JIH (PTOPHUAOB HATPUA U AJIO-
MUHWS HA EAWHUILy KAJIBIUA, HE YINTHIBAEMbIE B
dopmyie (2). Oupenenennoe Tarkum cuocobom ypas-
Henue (2) wmcrombayercs mis xourtpoas KO, mpum
srom sHavyenud J = [,/ . usmepsor HA gudparTo-
METPHUYECKOM KaHaie, a Copepranue n06aBok Kaib-
OWs ¥ Mareaua — Ha (PIIyopecueHTHOM KaHae,

2. BapuanTt Ha 6ase pPEeHTTEHOBCKOTO AW(pPAK-
ToMeTpa ¢ (PILyOpecHeHTHBIM KaHAIOM [5] ocHOBaH
Ha npamoM pacuere KO HermocpeacreenHo 1mo ¢op-
mysne (1) w3 HW3MEpEeHHBIX KOHIIEHTPAIIUNA BCEX
dropunupix ¢as. Ilocrenunee obecriedmBaercs Ka-
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1-1273:BB 0: Na3 Al F6: 3 Na F ! Al F3: Cryolite. syn: Sodium Alumin
82- 217.CC 43; Na3 [ Al F6 ); Ciyolite: ; R= 30 \
8- 73:BB 0; Na3 Al F6; Cryolite; Sodium Aluminum Fluoride; R= 15
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C=78.2: 0.949;
C=2.29: 0.062;
C=7.98: 0.168:
C=2.52: 0,238;
C=3.33: 0.062;

25- 772:55 49; Na3 Al F6; Cryolite. syn: Sodium Aluminum Fluoride:; |
30-1144:55 109; Nab5 Al3 F14; Chiolite, syn; Sodium Aluminum Fluori
36-1496:51 85; Na F 11.5 Ca F2 ! Al F3; ; Sodium Calcium Aluminum |
35- 816:55 380: Ca F2: Fluorite, syn; Calcium Fluoride;: H=0; 1=808
36-1498:00 75: Na Ca Al F6: Na F ! Ca F2 ! Al F3; : Sodium Calcium

C=0.76; 0,019; 10- 173:51 100; Al2 03; Corundum, syn; Aluminum Oxide;; H=0; I=39

|n,3sz 12.5% 0.69% 28.4% 54.0% 3.92% 2.735
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Puc. 1. Ilprmep amanmsa obpasua snexrponura no UIIC POA: BBepxy — OKHO ANA KIACTepHOU (ha3oBoH MAeHTH(UKAIUN
(®H) peHTreHOrpaAMMEL U OKHO C BBIGOPKOM 3TAJIOHHBIX CIEKTPOB KPUOIUTA; BHU3Y — OKHO JJIA IIOCTPOSHUI €€ MOJENbHOTO
CIEKTPA U3 UASHTUQUIINPOBAHHEIX 3TAIOHOB U cOCTaB 06pasna (B 1eBOM CTOIGIe [IBeTHOU TabNuIIEl — KOHIeHTpanuu ¢as B %,

B HIDKHEH CTPOKE — PACUeTHRIH 31eMeHTHbIN cocTas u KO)

Fig. 1. An example of an analysis of an electrolyte sample by IRS X-ray phase analysis: at the top is a window for a cluster
phase identification (PI) of X-ray diffraction pattern and a window with a sampling of reference cryolite spectra; at the bottom
is a window for constructing a model spectrum from the identified standards and sample composition (in the left column of the
color table of phase concentration in %, in the bottom line is the calculated elemental composition and CR)

nuOPOBROU auppaxToMerpa € MHOMOINBI Habopa
cTaHAapTHBIX 00pasoB (asosoro cocrasa. llpwm
9TOM KOHIIEHTPALMIO OJUHAPHOTO KAIBIHEBOTO
KpHUOIUTA, KOTOPBIM IJIOXO OIIPeAeIdeTcsa, YTOIHA-
OT 10 COJEPKAHUI BAJIOBOrO (PTOpHMAA KAJIBIHS,
uaMepseMoro Ha (IyopecueHTHOM KaHaie. Baiosoe
copepikanue Propuaa MATHUS PACCYUTHIBAKOT 110 CO-
CTaBy MATHHUCOAepP:Kaux (Pas Wiu U3MEepSoT Ha
iryopeciieHTHOM KaHAe HA MATHHUU (€CIH TAKOBOU
ecTh). J[OCTOMHCTBO BApWaHTA COCTOUT B IIPAMOM
ucronn3zoBannu dopmynst (1), aro obecuedunsaer
gocrosepHoe onpenenenune KO B moobom auanasoHe
cocrasa, Kpome TOro, METO) YHHUBEPCAJIEH U MOJKET
6I)ITI: IIpUMEHEeH [JI1 KOHTPOJA KaJIUEeBbIX U JIUTHE-
BBIX 3JIEKTPOJIUTOB, BKIKYAA OMHOBPEMEHHOE OIpe-
genenvie KO u dropumos Kambliwsa, Marausa, Kaius
" JINTHUA.

HOnst ounpepmenenus wu arrecranwu  (hasoBOro
cocraa OCO MBI HCIONBL30BANIKA [BE HE3aBUCHU-
MbI€ METOJIUKHA PEHTTEHO(A30BOr0 AHAIU3A DIEK-
TPOIUTA.

1. Memoduxa P®A Ha ocHoge memoda
KaacmepHoil ¢hazoeoli udenmugurayuu [7]
u myavmupererKcrHozo menmoda <«KOpyHOo-
evix uucen ¢pas» [8]. Penrrenodasossiii ananus
OCyILIeCTBIAETCH II0 ABTOPCKoM mporpamme HIIC
P®A [6], uarerpupyromeii 06a MeTona, ¢ UCIOIL30-
BanmeMm Oaser pganubix (BJl) penrrenodasoBeix
craugaproB (a3 HEOPraHWYeCKHMX MATEPHUAIIOB
PDF-2. Kopyunossie gncna (0OTHOIIEHWE HWHTEHCHB-
HOCTel Hambojiee MHTEHCUBHBIX JUHUN (Pasbl U KO-
pyuza B cmecu 1:1) npusenenst 8 PDF-2 Bmecre ¢
penrreHoBckuMu cranpapramu. Ha pume. 1 mpep-
crasied npuvep POA tunuaHoi 11po6s! BireRTpoiun-
ta. Haa gaxnou us ¢as tabin. 1 8 PDF-2 npucyr-
CTByeT HE MEHEee [eCATKA PeHTreHO(pa30BBIX CTaH-
JAPTOB C 3aMETHO OTIMYAKIIUMUCT WHTEHCHB-
HOCTAME JIHHHUU W KOPYHAOBBIME 4Yuciamu (m3-3a
CTPYKTYPHBIX Oco0eHHOCTEH (pa3, CHUHTE3UPOBAH-
HBIX B pasHbIx jaboparopusx mupa). [losromy npu
paspaboTke MeTOAUEN TPefyercs SKCIIePUMEeHTATh-
HBIN BBIOOD Hambosiee afeKBATHBLIX peHTTeHoda30-
BBIX CTAHAAPTOB.
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®aszoBas UACHTHU(PUEKANNA 3aKAHIUBAETCA I10-
CTPOEHUEM MOJENBHOTO CIEKTPA SKCIEPUMEHTAIb-
HOM pEeHTTeHOrpaMMbl ofpasna us peHTreHodaso-
BBIX CTAHIAPTOB UACHTU(PUIMPOBAHHBIX (PA3 KAK

1"%(20,) = isizi 20,) ~ *1(20),), 3)

rae [°*"(20,) — BKCIEPUMEHTANLHBIM IITPHUX-
CIIeKTp aHanusupyemoro obpasua; I;(20;) — sranon-
HBIA IITPUX-CIIeKTp i-i hasur us BI[; 20, — nudpak-
[HMOHHBIN YIOJI MOJNIOKEHUS J-i IMHUY HA PEHTTEHO-
rpamme; S; — macmrabubid KosdunueHT npuse-
JOEHUS STAIIOHHOTO CIIEKTPA I-U (pasbl K DKCIIePUMEH-
TAILHOMY.

Macmrrabusie kosdpurirenTs onpenenaoT uH-
TEPAKTUBHO WM C IIOMOIIBI0 METOAA HAWMEHBIINX
kBagparoB (MHEK) B pesymprare mMuHHMMH3AImu
dyurumonana:

n m 2
D(S)=D W, > 8,1,(20,)-I>"(20,) +
J 14

+aZSi2, (4)

rie W; — BecoBas cxema; (L — ONTHMU3UPYEMBIH I1a-
paMerp peryJspu3alumu.

3arem paccumThIBAOT KoHIeHTpanuu ¢as (C))
obpasma mo dgopmysie:

Si/Ki

C; =— ,
2.Si/K;

r

5)

rae K; — KopyHmoBOE Yuciio (passl i.

2. Memodurxa KP®PA saexmpoauma no
memody Pumeeawvda. Meron ocHOBaH HA MOJIENIH-
poBaHuu AU(PAKTOrPAMMBI B PE3YJILTATE TEOPETH-
YEeCKOT0 pacJyera ee Mpouiia U3 UCXOMHBIX HPubIn-
JKEOHUM YKA3aHHBIX XaPAKTEePUCTHE BEIIecTBa, B TOM
4HCie ATOMHO-KPUCTALUIMIECKUX CTPYKTYP (ha3, BbI-
6panubix u3 crpyRrypubix Bl ICSD [8] wiuu COD, u
UxX yTO4YHeHud 0o HemmHeunomy wmerony MHE
[9, 10]. Kpureprem MHUHMMHU3AUWK CIYKUT IIPO-
¢uibabl R-akrop — B3BeIeHHAS HEBA3KA MEIK-
Iy UpouiIsMy PAaCIeTHOU W SKCIEPUMEHTAILHOU
nuparrorpaMm, BeIpaixaembid B % orH. Konren-
Tpanuu (pa3 pacCIUTHIBAIT K3 MacITabHBIX K03(-
(pUOHEeHTOB BXOXKIEHHUS WX PACIETHBIX AUPPAKTO-
rpaMM B MOZAE€Jb DKCIEPUMEHTAIBHON Au(PPaAKTO-
rpaMmmbl. TOYHOCTE METO[A CYIIECTBEHHO 3aBHCHT
oT TPeOyIIIero BHICOKON KBAMM(PUKAIMNA KAIECTBA
MopeIupoBanusd (POpMbI podriia AU PaARIIUOHHEIX
pediercor ¢as u doua. Merong Pursenbaa goBoss-
HO mupoko npumensercs piaa KPDA [10 — 13], rak
Kak He Tpefyer rpagyupoOBKH 10 CTAHAAPTHBLIM 06-

pasmam ¢)a30BOTO COCTABA U IIPU KBAIH(DUIINPOBAH-
HOM MOJeIupoBaHun obecriedupaer Hanbosaee BHICO-
KYK TOYHOCTH AHAIW3A 33 CYeT YTOYHEHHS MUKPO-
CTPYKTYPHBIX XapAKTepUCTHUE (pPasMepoB dYaCTHII,
TEKCTYP | T.II.) ¥ 0COOEHHOCTEH ATOMHO-KPHUCTAILIN-
YeCKOM CTPYRTYphI pas. [lis pernenns 3amadu MbI
paspaboraiu MeTOAUKY, BKIYAIOILYI) TPH COCTAB-
JIAROLIHE,

1) Ilpozpamma TopasShell das wnacmpoiixu
YMOwHAEMBIX napamempos paspaborana HaMu A
yIpaBIeHus yTOYHEHWEM [mapamMeTpoB ofpasma 1o
merony Pureenpga ma 6ase mporpammser Topas 3.0
rommaunuu Bruker [14]. /s ee ucnoabp3oBaHus He-
obxozguma uHGOpMAUHA O HpeaiogaraeMoMm (paso-
BOM cocTaBe 00pasiia, KOTOPYH MOKHO IIOJNYYHUTD,
HAIpPUMED, U3 AAHHBIX (PA30BOr0 aHAIM3A II0 IIPO-
rpamme HWIIC. Ilocie npoeemenms ¢pazoBoro ama-
nm3a Heobxommmo m3 6asel mamabix COD [15] mo-
ayants CIF-haiin ¢ maHHBIME 0 KPHCTAILIMIECKOH
CTPYEType Bcex (ha3, KOTOPBIM Aajiee 3arpy’KaioT B
nporpammy TopasShell. Marepdetic nporpaMmmsr ¢
na(popManuei o pasax IpuBeneH HA puUc. 2.

Wuarepgeiic nporpaMMbl I[PEACTABIEH IPEBO-
BHUIHOU CTPYRTYPO#H co crmckoM (pas obpasna u mna-
HEIBI0 ¢ mapaverpaMu BoiOpaHHOU (hassl. B Bepx-
HeU 4acTy NaHejIr [IPUBEJeHBI [1apaMeTphl A9eHKH
u npodmibHble napaMerpsl (Pasbl, B HIDKHEH —
aTOMHBIE IIapaMerpsl (KOOPAUHATHI ATOMOB, K03(-
(pUIMEHTHI 3aIT0HEHUSA ATOMHBIX O3HITUEH, K03(-
durmenTsr TermoBbIX Kosgebanwuit). Kak BuaHo w3
pHC. 2, pA RAEAOTO mapaMerpa Kammgou KPUCTAJ-
JIMYECKOU (Pas3bl MOKHO YKA3aTh MHHHMAIBHYID H
MaKCHUMaJbHYK) TpPaHUIIbI, B IIpeaedax KOTOPBIX
OAHHBIN HapaMerp 6yaer yrodHATHCA IPU OLTHMU-
sanuuy Mo Merony Pursenbaa. OTH TPAHUIIBI BHIOU-
pPaT HA OCHOBE WTEPALMOHHOIO0 YTOYHEHHUS BCEU
cepun o6pasnoB. Huxe ommcan mpomecc Bwifopa
3HAYEHUU STUX TPAHUII.

2) Ilpozpamma ParamAnalysis das ozpanuue-
HULA UHMEPBaL08 8apbuposanus napamempos. llpu
aHanmMae 10 MeToAy PHUTBEIbAA OJHOTHUIIHBIX 06-
pasioB ¢ pasHBIM KOJHYECTBEHHBIM (PAa30OBBIM CO-
CTABOM TOYHOCTH YTOYHEHHS Iapamerpos ¢as B 06-
pasiax ¢ BHICORUM copepsranueM pas 3HAYUTEILHO
BBIIIE, 9eM [JIA TeX Jxe (Pa3 ¢ MAIBIM CONePIKaHUuEeM
B npoumnx ofpasmax. Jljs yaera 5TOro mpu aHamMse
o6pasior siexTposmTa paspaboraHa Iporpamma
ParamAnalysis, npegnasnagennas misa BU3yaansa-
ouu pacipeaeeHus 3HAYEHUU BCEX ImapaMeTpoB B
ImpoIecce yTOYHEHHUA TPYIObLI 06pAsIioB II0 METOIY
Purpenbna B mesnsx KOHTPOISA HMX BapbUPOBAHUA U
OIITUMHU3AIIVHU. B pe3yibTare HHTePBaJIbl BO3MOMK-
HOTO BapPbUPOBAHWA HAPAMETPOB (Pa3 OLPEeIeIsioT
[0 ZAHHBIM WX YTOYHEHHA B 00pa3max ¢ BBICOKHAM
cogep:xanuem (as. Takum crrocoboM MOKHO 3HAYH-
TEJIBHO HOBBICUTH TouHOCTH KP®A BCex obpasios
TPYIIIIBI, 8 TAKKE 9aCTUIHO aBTOMATU3HUPOBATL IIPO-
Iecc aHaIM3a 10 Meroay PurBenbia IpyIIbl STHX
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Ede |mpert Export

Sample: 050

Phase name: |Coyclte Space group: [P 121/n 1 W Export to INP W Use Man
(o] siphs 4203 [~ Profie fittng (LeSal mode)  [M. D, coef. |
[+] gammarAL203 Cell pawams: Profie function paams: ;
[;I—.ﬂ;‘ Param Value M IHn [ Param Value Mn Max
[+) NaCalAF&) L] 5403 5412 W oom o U s
[+) Na2Ca34F 14 b @558 5565 553 v @00 0 03 rre=
Hm' c @rm®  1m 778 m @00 0 01
(o] Nesprbonte sipha S0 NA @05 0 1
beta @a3ees 898 839 N oo 1] 002
'o-l'u— 90 NC 0o 0 0.001
Atoms: Add stom | Delete selected | Set coonds tefined | Set coonds unvefined |
Name [x pomn fomax Jr [rmn Jre [z [zmn  [zmax Jos |e
05 0 0s
05 0 0 ‘
05138 0552 02518
0.2255 01765 0953
F2 F1 0353 0725 0.9362 |
F3 F1 0397 09584 02182 \
Puc. 2. Uuarepdeiic nporpammsel TopasShell
Fig. 2. TopasShell software interface
Reading done. Resddaa [4- Cricite - 25 =l
v Ignore 'zero' values
Edit aleit samples ist | [~ 10701€.#C<[07|%  Eyport atoms bounds
MNapamerp Mur.sHaw IMaxc.sﬁm. IM&(C:MII'L ]Ep.aseeuleu. IMm pann lMa&c, Pain ] ~
ScaleFactor (25) |9.880E-7 1.656E-3 1.65€-3 7.290E-4 c21m C36390
A (25) 7.020 7.080 0.06 7.032 C251-90 K2014-90
B (25) 7.020 7.080 0.06 7.032 C251-30 K2014-30
C(25) 10.300 110,400 010 10,379 H1151-90 ‘C1101
:::[g‘]ﬂ ﬁ:ﬁ W Chiolite [C] - m}
Gamma (25) 90.000 C363-90
Shape NA (23) 080720 1.00000 0192 70 T X o A o o I e e e TR KT
Shape NB (22) |0.020
Shape NC (0)
Asym. P1(25) 337910 1201750 8638
Asym. P2 (0)
Asym. P3 (0)
U (25) 0.03370 0.05000 0.0
vV (24) 0.30000
W (25) 0.00100 0.07500 0.074
Z (0)
EPR_hh (25) 1.000
EPR_kk (0)
EPR_I(0)
EPR_hk (0)
EPR_hI(0)
EPR_KI(0) ;
STR_1(0) [
: ; A :
103 1031 1032 1033 1034 1035 1036 1037 1038 1039

Puc. 3. Oxuo nporpammbr ParamAnalysis (B ZomoIHuTenBHOM OKHE IOKA3aHO TpadiecKoe paclipefelieHie mapaMerpa adei-
KU XUOIHUTA ¢ B 3aBUCHUMOCTH OT COAEPKAHNA TaHHOH (Daskl B KAKIOM 00pasie ceprn)

Fig. 3. ParamAnalysis program window (an additional window dispays a graphical distribution of the chiolite cell parameter ¢

as a function of the content of this phase in each sample of the series)
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Puc. 4. Buemnuii BMA HM3TOTOBIEHHOTO IPOGOOTOOPHUKA
3IEKTPOIUTA

Fig. 4. Appearance of the manufactured electrolyte
sampler

o6pasmos. Ha puc. 3 npuBenen mpuvep OKHA naH-
HOU IPOTPAMMEL.

W3 npumepa, npencrapieHHOro Ha puc. 3, BUj-
HO, YTO IIAPAMETD PEIIeTKU XHOJUTA ¢ B 06pasiax ¢
€ro J0CTATOYHO BHICOKAM COJEPIKAHMEeM UMeeT 3Ha-
wenus or 10,365 A u spune. Eciu B IIpoIIecce OIITH-
Mu3anuu 1o Meropy PurBenpaa Oyayr I10iydeHbI
MEHbIIIME 3HAYEHH, TO HTO, BeposiTHee Bcero, byaer
MPUBOAUTH K yxyamenuwo tounocta KPDA. ITosto-
My MMEHHO TAKOE 3HAYEHHE MOKHO 3a1aTh B KA4eCT-
BE HHHCHefI TpaHunbl BADBUPOBAHUA NJAHHOIO Imapa-
MeTpa. AHa.TIOI‘I/I‘{HO, BEPXHIOK I'PDAHUIly MOMHO BbI-
6parsb pasroii 10,40 A.

3) Asmomamusayus ymowreHUs no memody
Pumeenvda. Ilocie moaroToBKM CTPYKTYPHBIX U
npodrirsHbIX Tapamerpos B nporpamme TopasShell
H Olpejie]leHUs HHTEPBAJIOB BAPBHUPOBAHUA IIapa-
merpoB ¢paz B mporpamme ParamAnalysis KP®A mo
MeToay PHTBeJ’II:I[a MOJHO BBIIIOJHATH OHOBPEMEH-
HO U1 BCex 00pasioB B aBTOMATHIECKOM PEKHUME,

Merogury KP®A na ocuose UIIC npumensin
IJISL UCCIENOBAHUA BCEI0 MAaTEpPUaia, 0TO0PaAHHOTO
w3 Bauu i cosganua OCO, rak kKak B 9TOM cirydae
HeoOxouMa TInaTeabHas uneHtuduranus gas nis
OIeHKH 0cOBeHHOCTEH U merasel ba3oBoOro CoCTaga.
Jra MeToauKa 60jIee OMEepPaTHBHAA, HO €€ TOYHOCTh
HECKOJIbKO HH’Ke, 4eM Y METOIUKH Ha OCHOBE Mero-
Ja PurBenpna, nepBy METOAUKY HCIIOIb30BAJIN
TOJIBKO JIJISl IPEABAPUTEIBHON OLEHKUA U 0TOPAKOB-
Ku I/IBGBITO‘{HOI‘O Marepuasia, a BTOPYK — OJd TO4-
HOTO KojmdecTBeHHOTO (pasosoro amanuza OCO m
3AKJIIOYUTENBHON ONEHKH 0alaHca aTTecTOBAHHOTO
M PACYETHOIO XMMHYECKOI0 COCTABA (BHIMUCIEHHOTO
u3 (pazoBoro).

3. Paspabomra memodurKu ammecmayuu
0OCO 6 coomeemcmeuu ¢ I'OCT P. Marepuan
st pazpaborgu CO momydeH ogHuM U3 ABYX Cie-
AYIOIIHUX CIT0co60B:

Q@ — OFHOBPEeMEHHLIN 0TOOp PO U3 dIeKTpo-
JIM3HBIX BAHH C PA3HBLIM COCTABOM 3JIEKTPOJIUTA B
paspaboraHHbIe A STOTO H3IOMKHHUIIEI (puc. 4) HA
BCEX AIFOMHHUEBLIX 3aBOJIaX B COOTBETCTBUU C 34BO0-
ackumu CTII ma omeparnumio mpo6oor6opa (obmas
Macca oro06paHHOTO W3 KAKIOU BAHHBI Marepua-
aa ~ 2000 r);

6 — ponMpoBaHMe YACTH 0TOOPAHHEIX 006PA3I0B
dropugavu ans pacliMpeHUs AUANA30HOB 3HAYE-
wuit KO u comepskanumii CaF,, MgF, mo crieruans-
HOfI METOAHuKe CIUIABJICHHUA C KOHTPOJEM IIOTePb
MACCDHI 34 CUET UCIAPEHUA KOMIIOHEHTOB.

Arrecranmio saavenuii cocrasa CO (KO u co-
fep:kanve (PTOPHUIO0B KAJIbIUA ¥ MATHHUS) IPOBOMIH-
s g crocoba (@) mo pesynsraram mesxiaaboparop-
HOTO SKCIIepHUMeHTa, 11t (6) — 110 mpouenype npu-
rorosiaenusa. Arrecropanusie suadenus CO omnpeme-
JISUIM T10 Pe3yJibTaraM MexaabopaTopHOro SKCIepu-
menta B coorBercreum ¢ ['OCT 8.532-2002 u mo
[poreaype IIpUroToBIeHus B coorBercrBuu ¢ MU
1992-98. UccnepoBanus OAHOPOJHOCTH MaTepuasia
nposogunu B coorsercrum ¢ ['OCT 8. 531 — 2002.
B kaguecrBe ynonHOMOYE€HHOU METPOJIOTUIECKOU OP-
raamzanuu A arrecrarnuu OCO Beibpan OI'VII
YHUUM.

4. IlpoekmuposaHue u uU3z0mosaeHue
foabULUX U3A02ICHUY 015 ombopa mamepud-
aa OCO u3 eann. [l nzydeHus cOCTABA U CO37A-
aust OCO Heobxoamm 0TGOP OKOIO 2 KI' SIIEKTPOJIH-
TA U3 BAHHBI, IpUYeM OTOOPAHHBIA MATEPUAI [0JI-
JKEH UMEeTh KPUCTAIUIMYECKYIO CTPYKTYPY, aJeKBaT-
HYIO IIpo0aM 3JAEKTPONHTA, OTOMpaeMbIM B CraH-
JApTHBIE 3aBOJICKUE M3/I0KHULILI, HHAYE HeUu30eHa
[oTeps TOYHOCTH KAJUOPOBOK M PEHTTEHOBCKOrO
amammza. OT6op TAKOTO KOJIMYEeCTBA MATEPUANIA W3
BAHHBI B CTangapTHbIe HNU3JT0HHUIIbI 06’])@'
MOM ~ 12 MJI IIDAKTHYECKH HEBO3MOIKEH, II0TOMY
ObUI CIIPOEKTHUPOBAH K M3TOTOBJIEH IIPOO0OTOOPHUK
Ui 0T6Opa U3 BAHH H0CTATOYHO GOJIBLIIOTO KOJIMYe-
crBa Marepuana. [Ipu 3ToM HEO6X0AUMO COKPATUTE
BpeMs, 3arpadnBaemMoe Ha 0T60P HEOGXOAUMOro Ko-
JIMYeCTBA MATEPHANIa, W HOJYYHTh Ipoby, MHUKpPO-
CTPYKTypa KOTOpOo# mopobHa rpobam, orbupaeMbiM
B CTAHAAPTHLIC U3JI0KHUILIbI.

HpOBeI[eHHI:Ie B 3aBOJACKHUX YyCIOBHAX HCIIBITA-
HHS II0KA3aJd, 9TO HOBBIA IIP0600T60pHHE (CM.
puc. 4) obecrieanBaeT Ka4yecTBo mpoboorbopa, umeH-
THYIHOE CTAaHAAPTHBIM HU3JI0HUITAM.

IKCIEepUMEHTATHHAA YACTh

Hnsa paspaborku romiutexra us 30 OCO 6nuio
orobpano 70 obpasmor simerrponuTa (m ~ 2 Kr) us
BAHH PAa3HbIX 3daBOJA0OB B MAKCHMAJIbBHO IIHPOKOM
puanasone no KO u dropunam xanplusa U MAaTHHA.
s Bei6opa Hamboaee mopxonamniux g OCO oro-
OpaHHbIX 06PA3IOB M UX AAIbHENIIed ATTeCTAIuU
[POBEIH UX MeXIa60paATOPHBIA AHAINS, B KOTOPOM
YYaCcTBOBAIO BCEro cemb Jjaboparopuit: 6 I13JI u
penrreHoeckas saboparopus CPY. Bcee orobpan-
Hble 00PA3IBI SIEKTPOIUTA W3 BAHH HCTHPAIH HA
muauax npobomoarorosku Herzog (I'epmanwms) co-
OTBETCTBYIOILIETO 3aBOJA [0 CTAHAAPTHON METOIUKE
[OJTrOTOBKH IIOPOILIKA 3IEKTPOIUTA IS AHAIW3A,
Hanee B maboparopun CPY mx mpocemBaiu depes



«3aBoackasa saGoparopuna. JJuarnHocrura marepuaios». 2022, Tom 88. Ne 10 27

cuto KpyrHocThio 200 MKM ¥ rOMOT€HU3UPOBAIN HA
cmecurerne Fritsch Laborette. Sarem nna rasxmoro
3aBOAA MPOBOAUIN IUU(PPOBAHKE 06PA3LOB reHe-
paTopoM ciyd9avHbIX ymcesl or 1 no 67 m pacceuia-
s gacth marepuana B 113J] g amanusza (mo 2 mpo-
Obl KAMKIOT0 B YCJAOBUAX BOCIpou3BoguMocry). Ha
OCHOBAHWHK aHaIKW3a IIOJYYCHHBIX HAaHHBIX H C06-
CTBEHHBIX HCCJ’IeI[OBaHHfI II0 ABYM METOAHUKAM,
OIIMCAHHBLIM BBbIIIIE, BI)I6paHI:I U aTTeCcTOBAHBI B
YHUHWM 30 nyumux o6pasioB. 3areM meciaTb U3
HHUX AONUPOBAIMY A PACIIMPEHHS AMAIIA30HA CO-
crasa. Kiaro4ueBsiM MOMEHTOM GBLIO IOIYyIEHUE MUAK-
pocTpyKTyphl has JONUPOBAHHBIX 00pA3IOB, AleK-
BaTHOU (pazaM peasbHBIX 00pPA3LOB HIEKTPOIUTA.
Jlma sroro 6pUIM TIIATENHHO ITOMOGPAHBI PEKUMBI
MEePeIIABKY, OXJIAKIEHUA W HIPoGOIIOATOTOBKA 06-
pasnos. HJIaBKy mMuUXThI IIPOBOAWUIN B IIeYH
OKCII-50 B rpaduroBbIX THINIAX € KPBIMIKAMHU.
OxyakaeHHbI MATepHUal B3BEIIUBAIM JI y4era
[OTeph MacChl IIPH IIJIaBieHuu U pasnuske. llorepa
Maccel cocraBuiia B cpexHem 0,5 %. lamnee mare-
puaja wusMeJbdaanu Ha HJ'IaHeTapHOfI MEJIbHUIIE
Pulverisette 5 (Fritsch) ¢ okcuanmpronuesoi rap-
uuTypou. [Ipu 5TOM BapEUPOBAIK BpeMs pasMmoja u
KOHTPOJIMPOBAIY COOTBETCTBUE pPeHTTreHorpadguye-
CKHX XAPAKTEPUCTHK PAa3MOJIOTOTO MaTepuana pe-
anbHBIM o0pasuaM saekTpoiuTa. VsMmenbueHHbIA
[IOPOIIOK IIOABEPTAAN IIPOCEUBAHUID 4YEpPEe3 CHUTO
200 MEM, OTCEB CHOBA WU3MEJHYAIU U POCEHBAIIA
[0 II0JIHOTO IIPOXOMIeHus pobnl yepes cuto. [Ipo-
CeHHHLIfI Marepuajg TOMOT€HH3HPOBAJIU B CMeECH-
rene. Janee 6bLia mpoBeieHA ATTECTALMA JOIK-
poBamubIx obpasmos B YHHHMM mno nporenype
IIPUTOTOBJICHUA.

B pesyasrare B rauecrse OCO 65110 arrecrosa-
Ho 30 06pasmos snexrposura (20 M3 HEX peabHbIE,
oTobpanHble W3 BaHH 6 3aBomoB, 10 — mommpo-
panupie). llocme momywenms w3z YHUHM mon-
TBEPIKAAIOININX TOKYMEHTOB (3akmodenue Ne 25-4
0CO0-2021 o pesympraraM METPOIOTHIECKOU HKC-
neprussl goxymenranun OCO, sarnwoueHue o cooT-
percreuu Ne 1/2021 u nmacriopra OCQO) KOMILIEKTHI
mo 100 r ramxmoro obpasma 6pUIM pAsOCIaHBI HA
3aBOJIBL

O6cy:kaeHne pesyabTaTOB

Oco6eHHOCTBIO JAHHBIX WCCASIOBAHUN M pabor
mo cosgaumo HOBBIX OCO siekrponura OTHOCH-
TeabHO ux paspaborku B 2005 r. ABIAIOCH OTCYT-
crBue npu MexmaboparopHon arrecranuu apbu-
TPAKHOTO METOAA XHMMHUYECKOT0 aHAIN3a I OIpe-
nenenns KO (B ¢cBS3u ¢ XOpOImIUMHE pe3yibTATAMHA
roHTposa KO peHTreHoOBCKMME METOJaMHU C UCIIOJh-
sosanmeMm crappix OCO apburpa:kHbIi MeTO mepe-
cranu npumensats B 1[3J1). B pesynprare Bozuuria
napapokcanpHan curyarua: KO B moBex OCO,
[pEeHASHAYEHHBIX U KATUOPOBKH PEHTIEHOBCKUX

METOJO0B, JOJIKHO OBITh ATTECTOBAHO 110 JAHHBIM K3-
MEPEHWH HA 3aBOJAX PEHTTEHOBCKUMU K€ MeTOHa-
MM, HO OTKAJIMOPOBAHHBLIMH I[I0 OCTATKAM CTAPBIX
0OCO. OgeBunHO, 9YTO IIPU HTOM CIYIAUHYIO KOMIIO-
Henry norpemsocta KO MOMHO OLeHHUTH TOYHO, a
CHUCTEeMATHIECKYIO LOCTATOYHO TOYHO OLEHUTDH HEJb-
3, IlosroMy OJIsi KOHTPOJIS CHCTEMATHYECKOH IIO-
rpewHocTH (npasuinbaoctr) KO BMecTo xumuaecko-
IO AHAJIW34 HUCII0JIb30BAH HE3aBUCHMBIA MeToxn Pur-
BEJIB/A, U IIPU HECOOTBETCTBUU €T0 JAHHBIX Pe3YJib-
TaraM MeXiIaboparopHOro aHANM3a HA 3aBOAAX Ta-
Kue 06pasiipl 0T6PAKOBBIBAIIH.

Opnako npocro Beibpars miua gomiekra OCO
06pasunl ¢ MEHUMAIBHEIM pasépocom sHagenns KO
U COmepKAHUN (PTOPUAOB KAILIWA U MATHHUS HEJb-
3:1, tak kak OCO B srom ciaydae He OyayT mMerh
HAUIEIKALLYIO IPECTABUTENILHOCTD. s 5ToM nenu
[PULIIOCH 0TOUPATH 00PA3NBI II0 HECKOIBKUM KpH-
repusam: 1) B Romexkr OCO po/ngHbL 66ITH BRIIFOYE-
HBI 06PasIbl SIEKTPOINTA BCEX 3ABOMIOB; 2) pesyiib-
taTel onpexenenus KO meromom Pursennna momx-
HBI COOTBETCTBOBATH ATTECTOBAHHLIM 3HAYCHHAM
KO; 3) Bribpannsie 06pasnusl ZOMKHBI UMETEH BEBICO-
Ky TOYHOCTH IPAafyHPOBOYHBIX IPaduroB 1o ¢ro-
pupam ranbpuwsa u vMaraws; 4) BeibpanHbie 06pasil
JOOJKHBI HMMETh BBICOKYI0) TOYHOCTH IPafyHpPOBOY-
HbIX rpadukoB (as-KoMoHeHTOB, Tak Kak KO pac-
CUMTHIBAIOT W3 KOHIeHTparmu Qropunusix ¢as
(kak AU OPOBEPKH €r0 AOCTOBEPHOCTH, TAK KU B
MBMW oneparuBHOr0 KOHTPOIA HPOO BIEKTPOINTA
HAa 9aCTH 3aBOMOB); 5) MUId paCIIUpPEHHs AUANIA30HA
suagenuti KO u cocrasa B xommuiexkre OCO wacre
aTTeCTOBAHHEIX 06Pa3oB HEOOXOAUMO AOIHPOBATD
dropugavu 1 aTTECTOBATE [0 MPOLEAYPE IIPUTOTOB-
senus; 6) 3aKIIOYUTENLHBIM KPUTEPUEM, [OKA3bI-
pawmuM npasuiabHocTh KO oro6panusix pras OCO
006pa3moB, ABIAETCH PErPECCHOHHBIN IpayuK COOT-
Bercreua KO, paccuuranuoro no meroxy Pursens-
na, or KO, arrecrosannoro B Y HUVIM 1o manabIM
MeRIa60pATOPHOrO aHANM3A: B CIy4ae COOTBETCT-
Bus KO perpeccuonnsiii rpaduk gomges ObITH -
HEWHBIM U IPOXOLUTH TOYHO Yepe3 HyJIb II0J YII0OM
45° (r.e. Rosppurmentsr A u B perpeccrnoHHOr0
YpaBHEHHUA JO/KHBI 6bITH TOUHO paeubl O u 1 coor-
BETCTBEHHO).

Crnenyer orMeTuTh, 9TO 0TGOP 110 HTUM KPUTEPH-
AM GBI [I0YTAIHBIM, C [IOCTELIEHHBIM HCKIIYECHUEM
HEMOAXOAANNX 00pA3I0B, TAK KAK OJHOBPEMEHHbIN
MHOTOKPUTEPHUAIBHLIA BBIOOP 13 GOJBLIOr0 4mcia
n3MepeHuy BecbMa 3arpynauTeneH. Ha puc. 5 npen-
CTABJIEH PErPEeCCHOHHBINA I'PA(HUK COOTBETCTBUS BEI-
yncineHHbix 3Hadennd KO arrecrosamabmM s 30
0CO.

Kosddurmenrsr npusegennoro Ha pumc. 5 pe-
rpeccuonuoro ypasaernusa A = 0,00 u B = 1,00 moz-
TBEPKIAIOT OTCYTCTBHE CHCTEMATHIECKOHM IIOTPEL-
HOCTM W HPABHJIBHOCTH ATTECTOBAHHEIX 3HAYEHUU
KO B rommuaerre OCO. Mexmveronmueckoe CKO
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Puc. 5. I'padux coorBercTBUA BRIMUCIEHHbBIX 3HadeHnd KO
ATTECTOBAHHBIM

Fig. 5. Graph of the correspondence between calculated
and certified CR values

(sd) pasuo 0,024, 4T0 HOKA3bLIBAET XOPOLIEE COBIIA-
Jenne BbMHUCIeHHBLIX 3Hadennii KO ¢ arrecrosan-
abivu. OxHako MOKHO BuAeTh TP BhiGpoca KO mmsa
pormposanabix OCO (¢ mupekcom «d»). OrrioHe-
mue KO B Bo2058d cocraenser 0,03 u yrnagsisaer-
ca B 2CRO, a B aByx apyrux — Her. [losromy B
MBHU, ocuosamupix Ha rpaayuposke mo KO, o6pa-
sen, B02058d, B npuHnmIe, MOMKHO HCIIOJIb30BATDH
I8 KamubpoBEM (C OIEHKOM ee perpecCHOHHOTO
rpacuka). [IBa apyrux Beibpoca suadenusr KO wmo-
IyT OBITH CBA3aHBI C HETOYHOCTHIO JUOO BBIMIOJIHE-
HHSA IIPOLEAYPHI AONUpPOBaHMSA, Jubo Meroxa Pur-
BeJiba (1M3-3a [UI0XO0 PA3IeaeMOro [epeKPhITUS JIu-
uuii a3 NaF u dawopura upu KO sriue 3,0), zHo
ux npu Kaaubposke no KO M0%HO He HCIIOIB30BATE,
Tak Kak A4 3Tod 1enu gocrarouno u 28 OCO.

Ha pwc. 6 npusepens: ramubposru OCO no
CaF, u MgF,, uamepenvs BBIIOJHEHBI C UCIOIb30-
BaHHMEM PEeHTTeHO(IYOPECIEHTHOrO CIIEKTPOMEeTpa

XRF-1800 Shimadzu. Perpeccuonusie CKO (sd) co-
crasisor 0,13 u 0,08 % coorsercrBenno. Perpeccu-
ouubid Kosddumment A = —0,32 % nua CaF, craru-
crugeckn HesHauuM (rak kak mer OCO c ero comep-
sanuem menee 3 %), a kospurment A = -0,20 %
st MglF, xora u 3Hauum, HO Mai. Mamepenusd ¢ uc-
nonb3oBanueM XRF-1800 BpirosHeHsI TINATEILHO 1
umeroT Becbma mainbre CKO. ITosTomy, cropee Bcero,
MPUYWHON HBJIAIOTCH AAHHBIE MEXIA60paTOPHOTO
amamusza B [13J1: mocie ucrknrouenua MgF, us o6sa3a-
TEeJIBHBIX I[O6aBOK B QJICKTPOJUT U3MEPEHHUA Ha 3a-
BOJAX TMPOBOJAT MEHee TINATeNbHO (HO oIpemere-
uue MgF, Bce paBHO 11€71€C006pa3HO, IOCKOIBKY OH
HAKAILUIMBAETCA U3 TIIMHO3eMa).

darjaroueHue

Cospan rommexr 30 OCO us upob mpomsbim-
JIGHHOTO 3JIEKTPOJIMTA, OTOOPAHHOIO U3 BJIEKTPOJIK3-
HBIX BaHH INIECTH ATIOMHHHEBBIX 3aB0of0B (KpAS,
BoA3, CA3, BpA3, UprA3 u BrA3), nus obecreue-
HUA IIPEeACTABUTEIBbHOCTH U aA€KBATHOCTH II0 MHUEK-
POKPHUCTAILIMYECKOM CTPYKTYPE, BAUAIOIIEH Ha TOY-
HOCTh PEHTIeHOBCKOIO OIIPE/IeIEHUA COCTABA U 3HA-
venut KO. Arrecrammio comep:kanmii ropuaa
ranprua (quamazon cogepsxammi B OCO — 3 -
15 % macc.), dpropuga marums (0 — 6 % macc.) u KO
(1,8 — 3,3) BBINOHAIY 10 Pe3yabTaTaM MexIabopa-
TOPHOTO JKCIEPUMEHTA B ceMu J1aboparopusx
(BRIIFOUAs HALLY) [0 ZAHHBIM PEHTTEHOBCKOTO AHA-
smmza. CpenHsas MOTPEITHOCTh ATTECTOBAHHOTO 3HA-
gyenua KO pasma 0,019, comepsxkamwms dropugos
kanerua u maraua — 0,20 u 0,07 % macc. coorBer-
CTBEHHO [JI JOBEPHTENBLHOW BepoaTHOCTH P =
= 0,95. Yacte OCO (10 o6pasros) momumpopanu
dropunavu s paCIMpPEHHs THANTA30HA 3HAYCHUN
KO B o6aacrs amxe 2,0 u Boine 3,0 u guanasona co-
nepskanmit CaFy, — mo 15, MgF, — no 8 % macc. u
aTTeCTOBBIBAJIA II0 IIponeaype IIPUTOTOBJICHUA.
B ITacmopr OCO B xadecrBe MOIOJHUTEIBHBIX Xa-

14~ / /
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Puc. 6. I'pagyuposounsie rpadguku no CaF, u MgF,
Fig. 6. CaF, and MgF, calibration plots



«3aBoackasa saGoparopuna. JJuarnHocrura marepuaios». 2022, Tom 88. Ne 10 29

PAKTEPUCTUEK BEKJIIOYEHBI TAKKE 3HAYCHUH KOHIICH-
Tpanui Bcex (PTOPUAHBIX (Ppas-KOMIIOHEHTOB, OLpe-
JEJIEHHBIX 10 MeToxy PUTBeNbaa, a B HECKOIBKUX
OCO — wm KoHIleHTpanWHu TJIMHO3eMa, OIPeIe/IeH-
HbIE HA 3aBOJAX IPABUMETPUIECKUM METOLOM II0 CO-
orsercrByomemy CTIIL.

Baaromaproctn

I/ICC.TIGI[OBaHI/IH BBITIIOJTHEHbI C HCIIOJIb30BAHHUEM

obopynopanusa lleHTpa KOIEKTHBHOIO II0Jb30Ba-
Hus «HayroeMkme MeTObI HCCIENOBAHUA U aHAIU-
33 HOBBIX MaTepHajOoB, HAHOMATEPHAJIOB U MHHEe-
panbHOro cpipbia» PI'AQY BO «Cubupcrun dene-
PaIbHEIN YHUBEPCUTET>.
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OIIBIT ITPUMEHEHMNS OITEHOR ITIOBTOPAEMOCTH

1 BOCITPOHU3BOJUMOCTH JIdd CPABHEHNA METOAOB
UCIIBITAHUH B COOTBETCTBHH C ISO 5725-6

«TOYHOCTBD (ITPABHUJ/IBHOCTD M IIPEININSNOHHOCTD)
METO/JOB U PE3YJILTATOB U3SMEPEHHUHU. YACTb 6.
NCIIOJIb3OBAHUE 3HAYEHH TOYHOCTH HA IIPAKTHUKE»

© Mapua Usaunosua Kpasuosa®*, Tarsana I0preBna TpyxanoBud,
Oxcana IOapanoBHa BunokypoBa
OTKpBITOE aKITHOHEPHOE 00IIeCcTBO «Bemopycekuil MeTAIIypPrudecKil 3aB0l — YIIPABJIAOIAS KOMIIAHUA Xoaauura «Bemopyc-

CKad MeTAIIYPrutieckas KoMIanus», Bemapycs, 247210, T'omensekas o6m., v. MHmobuwn, ya. IIpomeinennas, x. 37;
*e-mail: mn.czl@bmz.gomel. by

Cmamus nocmynuna 29 dexabps 2021 2. Ilocmynuna nocae dopabomiu 28 uions 2022 ¢,
Hpunama k nybaurxayuu 25 agzycma 2022 e,

B nensx Bribopa MeTona, ofecHeduBaIoniero 601ee BHICOKYIO TOYHOCTEL OIPEAETICHUS MeIU B
JIATYHHOM IOKPBITAH, OLIEHWIN IIOKA3aTeNN [IPABWIBHOCTH W TIPEIUSHOHHOCTH ABYX METO-
[IOB; KOMILIEKCOHOMETPUIECKOTO TUTPOBAHU U aTOMHO-abcopOiimonnoii ciekrpoMerpun (AAC).
IIpu TUTPUMETPUUECKOM OIIPENEIEHIN MU IIPOOHI ABYX CTAHIAPTHBIX 00PasIoB (JIATyHU U Me-
TAIOKOPAA) PACTBOPSIN B CMECH aMMHUaKa U IePeKUCH BOZOPOIA U TUTPOBAIH PACTBOPOM TPU-
noHa B B mpueyTeTBUN MHANKATOPA KCHIEHOIOBOTO OPAMIKEBOTO; I aTOMHO-a6COPOITHOHHOTO
aHamm3a IPoBLI PACTBOPSAIN B a30THOH KueaoTe. B skerepuMeHTe IPUHUMAIY YIACTHE IBE Ja-
Goparopuu. [IpuBeneHs! pe3yabTaThI OIPEIeIeHns MEIH U PACCINTAHHBIE IIOKAZATEIHN IIPEeIy-
3UOHHOCTH (TIOBTOPIEMOCTE U BOCIIPOM3BOAUMOCTE) METOROB. BHYTpHIabopaTopHyo U 001ILyio
TIPEIU3HOHHOCTL METOLOB CPABHIIIA ¢ IIpAMeHeHueM KpuTepus ®uinepa, a obiiee cpegHee co-
Jep:EaHue MeIU CPABHIWIH ¢ €r0 aTTeCTOBAHHBIM 3HAUEHUEM B CTAHAAPTHOM 00paslie JaTyHu B
cootBercTBHH ¢ ISO 5725-6 «TounocTsh (IPaBANBHOCTE U IPEITH3HOHHOCTE) METOROB U PE3YIh-
TaToB usMepenutt. Yacrs 6. Mcnonpsopanue 3HaUEHUY TOYHOCTH Ha IIPAKTHKE». Y CTAHOBJIEHO,
YTO W3 [JBYX PACCMOTPEHHBIX METOLOB OIPEAeIeHUs MeAU B JATYHHOM HOKPBITHA ATOMHO-
abCcopOLMOHHEBIN MeTO I ABIAETC OoJlee TOUHBIM, TAK KaK UMeeT IpHeMIeMble IOKAZATEIH IIpe-
LU3UOHHOCTH U [IPABWILHOCTH.

KmoueBblie CIoBa: cpaBHEeHNE METOJ0B U3MEPEHNN; IPeln3HOHHOCTh METOA aHAINA3a; [Ipa-
BIWILHOCTE MeToga aHamusa; ISO 5725.

EXPERIENCE OF USING THE EVALUATIONS OF THE REPEATABILITY

AND REPRODUCIBILITY IN COMPARING TEST METHODS ACCORDING

TO ISO 5725-6 “ACCURACY (TRUENESS AND PRECISION) OF METHODS AND
MEASUREMENT RESULTS. PART 6. USING PRECISION VALUES IN PRACTICE”
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The trueness and precision indicators of two methods — complexometric titration and atomic absorption
spectrometry (AAS) — were evaluated to select a method that would provide a higher accuracy of copper
determination in a brass coating. In the titrimetric method of copper determination, the brass coating was
dissolved in a mixture of ammonia and hydrogen peroxide and titrated with a solution of Trilon B in the
presence of xylenol orange indicator, whereas for the atomic absorption method the coating was dissolved
in nitric acid and the test solution was measured on an atomic absorption spectrometer. Two laboratories
took part in the experiment. The results of measurements and the calculated precision indicators (repeat-
ability and reproducibility) for both methods are presented. The intra-laboratory (intermediate precision)
and general precision of the methods was compared using the Fisher test, whereas the overall average cop-
per content was compared with the certified value of a standard brass sample in accordance with ISO
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5725-6 “Accuracy (trueness and precision) of methods and measurement results. Part 6. Using precision
values in practice. ” It is shown that the atomic absorption method is the most accurate among two consid-
ered methods for determining the mass content of copper in a brass coating, as it has acceptable indicators

of precision and trueness.

Keywords: comparison of measurement procedures; precision of analytical method; trueness of analyti-

cal method; ISO 5725.

Beenenne

Hua oupeeneHus cocraBa JATYHHOTO IIOKPBI-
THSA U, B YACTHOCTH, MEAM, OOBIYHO UCIIOIAB3YIOT HEe-
CKOJIBKO PA3JIMYHBIX METO0B: KOMILIIEKCOHOMETPH-
YeCKOe TUTPOBaHWE, aTOMHO-a6COPOIIMOHHYO CITeK-
TPOMETPHIO, ATOMHO-SMHUCCHOHHYIO CIIEKTPOMETPHIO
¢ MHIYKTHBHO-CBA3AHHOU ILIA3MOM; peHTTeH0(IyO-
pecCleHTHBIA aHanus, cuerrpogoroverputo, Ilpu
3TOM B PAMEKAX OLHOTO U TOTO JK€ METOA B Pa3ind-
HBIX J1A60PATOPHUAX MOTYT HPUMEHSATLCH PA3IMIHbBIE
PeAreHThI I PACTBOPEHHUS JIATYHHOTO IIOKPBITHU U
pAasIuYHbIe WHIWKATOPHI AJA OLPENeIeHNus KOHEd-
HOU TOYKY TUTPOBAHUA. SHAYEHUA MACCHI U pasbas-
sieHuss npobsl HA CTaAuu HPOOOIOATOTOBKA MOTYT
pasIuYaThCa, KAK W KJIACCHI TOYHOCTH HCIOJIbL3ye-
MO¥ MEpPHOU IOCYABI M THIILI H3MEPUTEILHOT0 000-
PYLOBaHUHA. JTO IPUBOAUT K TOMY, YTO PE3YILTATHI
aHanMsa OXHOTO M TOTO 3Ke o6pasma B AByX jabopa-
TOPHAX MOTYT CYIECTBEHHO pasnudarbed [1 —4].

g  yperyiupoBaHus pasHOIJIACHU  MEMXIY
snaboparopusMy PasHBIX HPEIIPUATHH B ABYX Ja-
6oparopusnx IlenrpanbHoii 3aBopckoé Jsaboparo-
pun (1I3J) OAO «BM3 — ympasaamomas KoM-
mauaus xouamura «BME» mnposegensl wmcrbrraHus
TOCYAAPCTBEHHOTO CTAHAAPTHOTO 006pasma cocraBa
saryuau I'CO 9080-2008 VSL 2-1 u o6pasua merai-
snokopra koHcrpykmuum 2x0,30 HT npowmssopcra
OAQ «BM83 — ympasadionas KOMITaHAS XOJIHHTA
«BMEK» meromaMu KOMIIJIEKCOHOMETPHUIECKOTO THT-
poBaHMA W AaTOMHO-aGCOPOIMOHHON CIIEKTPOMET-
puu. llens paborel 3akioganacs B BeI6Ope MeToaa,
obecreunBamIero 6oee BHICOKYIO TOYHOCTH OIpe-
JeJIeHuA Meu, IIyTeM OLeHKY U CPABHEHU II0Ka3a-
TeJIeU PABUILHOCTY U IPELU3NOHHOCTH METOIOB.

IKCIEPAMEHTATBHAA IaCTh

Tumpumempuueckuii  (0bveMHbLL)  QRAIUS
OCHOBAH HA W3MepeHuu ofbeMa pacTBOpa pearTu-
BA M3BECTHOM KOHLEHTPALMHU, 3aTPAYMBAEMOIO HA
PEAKLHI0 € OIpeie/faeMbIM 3JIeMEHTOM WU CO-
equHenueMm [5— 7]. B gammou pabore ucmonb3oBa-
JIH KOMILUIEKCOHOMETPHYECKOE THUTPHUPOBAHHE, MO-
MEHT OKOHYAHUA peaKHI/II/I OHpeI[e.TIH.TII/I I10 U3MeHe-
HHUIO [IBETA HHIAKATOPA.

Memodura svinosnenus usmeperuil. Jlnsa wme-
TaJIIoKopAa: obpaser; maccoi 2,5 r paspesanu HA OT-
PE3KH JUIMHON OKOJIO 2 CM M MOMEIAJIN B CTAKAH C
TPABUJIBLHBIM PACTBOPOM M3 CMECU AMMUAKA U IIepe-
KHCH BOJIOPO/a, [IEPEMENIUBAIN B TedeHue 15 Mun

WIN [0 WCYE3HOBEHUA C IOBEPXHOCTH IIPOBOJIOKH
JKEJITHIX CJIENO0B JATYHHOTO MOKPBITHS, 3aTeM IIpU
[IOMOIIIY MATHUTA U3BJIEKAIN U3 pacTBopa obpaser,

Hnsa crampaprHOro 0o6pasma JjaTyHH: HABECKY
narynau maccoit 1,0000 r pacrsopanu B 20 cv? kon-
[EHTPUPOBAHHOU A30THOU KHCJIOTHI, KOJIWIECTBEH-
HO IePeHOCHIHA B MepHYO Koiby ra 1000 cm?, moso-
auiu 06beM PACTBOPA 0 METKH U CTH/LIHPOBAHHOK
BOJION, 3aTeM or6upanm anuksory 10 cm® momyuen-
HOTO PAcTBOpA W LepeHocuIu B crakad. [1ocKoIbKy
B COCTaB JIATYHH BXOIAT HWOHBLI MeIW W IWHKA, HA
IIepBOM STare IPOBOIWIA MACKHUPOBAHWE WOHOB
M€ THOCYIh(aTOM HATPHUS.

Paz6apnsanmm  pacreop ofpasna AUCTHILTHPO-
BaHHOH Bojoil mo 150 cm®, mobasmamm 0,1 %-Hblid
BOAHBIM PACTBOP KCHJIEHOJIOBOIO OPAHIKEBOIO, 3a-
TeM PacTBOP a30THOU KuciaoThI (1:5) 10 usMmenenus
¢dmomeroBoro 1Bera pacrsopa Ha xenThId. Jlobas-
a5 em® Gydeproro pacreopa ¢ pH 5,2, 5 em?® pac-
TBOpPA ACKOPOMHOBOM KHCJIOTHI C KOHIIEHTPAIHEU
91/cm® u 5 cm® THOCYynb(haTa HATPUA C KOHIEHTpA-
mueii 12 r/cm3, 3aTem mepeMemIMBaIM W TUTPOBAIH
s onpenenenus ruaka 0,0156 M pacrsopom Tpu-
smoHa B 10 mameHenws okpacku ¢ (puoseToBOM HA
IHEIITYIO.

IOna pemackuposaHus Meau pobasisiau 5 cm3
[IEPEKUCH BOLOPO/A, [IePEeMEIIUBAIN PACTBOP B Te-
genue 1 — 2 MUH U OLpPeAeNsin Melb TUTPOBAHUEM
0,0156 M pacrBopom Tpmiona b g0 mepexona duo-
JIETOBOU OKPACKHU B JKEITYIO.

ITo ofbemam pacreopa, 3aTpaYE€HHBIM HA TUTPO-
BAHWE, PACCYNUTHIBAIM MACCHI [IUHKA U MEJH, 3aTeM
MACCOBYIO [TOJIF0 MEIH B JATYHH.,

Amomro-abeopbyuoruslii aHaIU3 OCHOBAH HA
crroco6HOCTH  CBOGOAHBIX ATOMOB OIPENETIAEeMOTO
SJIEMEHTA CEeJIEKTHBHO IMOTJIONIATh XapaKTePUCTHIe-
CKOEe PEe30HAHCHOE W3IydYeHWe OIPEeNeSeHHOU IJis
KAKOTO DIIEMEHTA [JIMHBI BOJIHBL AHATHU3UPYEMYIO
mpofy IepeBoAsaAT B PACTBOP W IIOAAIOT B BHIE A5PO-
30114 B Iurama ropenku. Mamnydenuve ¢ onpeneneHHoOn
JUTHHOM BOJIHBI JJIA HOTJIONIEHUA aTOMAMHU JIeMeH-
TA IOJYYAOT OT MOHOXPOMATHYECKOTO WCTOYHHUKA.
IIpu mpoxoskmeHur TAKOTO W3IyIeHUS Yepes mapo-
o6pasHoe BeIeCcTBO CTeNeHb HOTJIOIeHUA CBETA JIH-
HEWHO 3aBHCUT OT KOHIIEHTPAIUH OIPeaeIaeMOoro
siementa [5, 8 — 10].

Memodura evinonanernus usmepenuti. g me-
TajutoKopaa: obpasert maccoi 1,0 r momeranu B cra-
kaH BMecruMocTbio 250 cm® u pobasnamu 10 cm®
A430THOM KHCIOTHI, BCTPAXUBAIN BPYYHYIO 10 IIOJ-
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Puc. 1. Pesynbrare! onpenenenus Meny B cTaHgapTaHoM obpasie maryan VSL 2-1 aToMH0-a6cOpOIHOHHBIM U THTPUMETPUHE-

CKUM MeTOgaMMn

Fig. 1. The results of measuring the mass content of copper in a standard sample of brass VSL 2-1 using atomic absorption

and titrimetric methods

HOTO PACTBOPEHUS JIATYHHOTO HOKPBLITHS (BCS TPO-
BOJIOKA JO/UKHA CTATH Cepol, 0e3 JHKEeNThIX CIeNoB),
3areM KOJUYECTBEHHO IIEPEHOCUIN PACTBOP B Mep-
Hy0o Kon6y ma 1000 cm?, npombsanm obpaser 2 — 3
pasa JUCTHWLIMPOBAHHOM BOMOM, cOBHMPAs IPOMBIB-
HbIE BOABL B K010y, u moBoguin o6beM pacreopa no
METKH JUCTHLITHPOBAHHOMU BOJOMU.

Hua cramgapraOoro 06pasna JIATYHH: HABECKY
naryau maccoit 1,0000 r pacrsopanu B 20 cM® koH-
NeHTPUPOBAHHOU A30THOM KHCJIOTHI, KOJIHMIECTBEH-
HO IepeHocHIH B MepHyo kKoaGy Ha 1000 cm® u
DOBORmIH O0BEM PACTBOPA [0 METKH JUCTUILIIHAPO-
BAHHOM BOJOH, 3areM orbupanu anuksory 10 cm3
[IOJIy9€HHOTO PACTBOPA, KOJIMIECTBEHHO IIEPEHOCH-
U ee B MepHy0 kKosiby Ha 100 cM3, noBogumu o6bem
pacrBopa A0 METKH IUCTUIINPOBAHHOU BOAOH U
[epeMeLInBAIIN.

TI'pagyupoBry aromH0-a6cOpPOIIMOHHOTO CIIEK-
TPOMEeTpPA IIPOBOAWIHM C HCIIOIH30BAHHUEM PACTBO-
poB Menu u LMHKA ¢ KoHueHTpaumen 1,50; 3,00;
4,50 mr/mv® m 0,75; 1,50; 2,25 mr/mvm® coorser-
CTBEHHO.

Hamepsnu KOHIIEHTPAIIHMIO MEIH U IIUHKA B HC-
ciaenyembix pacteopax merogom AAC m paccumThI-
BAJIM MACCOBYIO JOJIIO MEIHY B JATYHHU.

ITocme mpoBemeHus HWCOBITAHUE TOCYTAPCTBEH-
HOro crammapraoro ofpasnma I'CO  9080-2008
VSL 2-1 u ofpasina MeTaaaoRopAa KOHCTPYKIIHH
2x0,30 HT uo turpumerpudeckon u aroMH0-abcop6-
[MOHHOA METOAHKAM IT0 MMOJIYIEHHBIM Pe3yIbTaTaM
PACCUYMTHIBAINA IT0KA3ATEIN MHPEIUM3HOHHOCTH IS
KajkI0r0 MeToxa B COOTBETCTBHH ¢ TpefoBaHmsaMuU
ISO 5725-2 «TounocTh (IPABUIBHOCTE U IIPEIU3H-
OHHOCTB) METOJOB W PEe3yJbTaTOB U3MEpPeHUM.
Yacte 2. OcHOBHOM MeTO]| OIpefeeHus IOBTOpse-
MOCTH ¥ BOCIIPOH3BOAUMOCTH CTAHAAPTHOTO METOLA
mamepenuti» [11 —13]. 3arem moxkasarenu mnperu-

3MOHHOCTH METOOB CPABHHUBAINA C IPUMEHEHUEM
kpurepus Pumepa F B coorsercreuu ¢ 1SO 5725-6
«TounocTs (IPaBUIBHOCTD U IIPEIU3UOHHOCTD) Me-
TOZOB U pe3yJibTaToB uaMmepenuii. Yacrs 6. Mcmoins-
30BAHUE 3HAYEHUU TOYHOCTH HA IIpaKTHUKe» [11 —
14]. IIpaBuibHOCTH METOHOB TAKMKE OLIEHUBAIU B
coorsercreum ¢ ISO 5725-6.

O6cy:xaeHne Pe3yasLTATOB

Iposedenue ucnwvimanuil 20¢y0apcmeennozo
cmardapmuozo obpasya namynu VSL 2-1. Arre-
croBanHoe comepskamme memu B mamaom ['CO co-
crasnser 64,64 %. B srcnepumeHTEe NpUHUMAIN
yaacrue gBe i1aboparopuu, KOTOPbIe IPeNCTABIIAIN
[0 HMIECTh Pe3yJLbTATOB U3MEepeHun Kaxjas. cibi-
TAHUA B KAKAOU JabOpaToOpHU COCTOSIM W3 TPeX
TPYIII II0 /BA WCIBLITAHWA. B RaKI0U Ipylie pe-
3yJAbTAThI IIOJYYE€HBbI B YCIOBHAX IIOBTOPAEMOCTH.
Ja pasHbIX TPYII UCIBITAHUN COOIOAAINCE YCIO-
BHUA BOCIIPOU3BOIUMOCTH (pasHble AHU, pasHoe 000-
pyZoBaHue, pasHbie oreparopsi) [4, 15].

PeBy.TII:TaTI:I HCIILITAHWUN IIpeacrasjieHbl Ha
puc. 1 (mopsaaxosbie HOMepa 1 -6 COOTBETCTBYIOT
pe3yiIbTaTaM H3MepPEeHUH, BBIIIOJHEHHBIX B IIEPBOU
naboparopuw, 7 — 12 — Bo BTOpOU Jaboparopun).

O61iee cpejiHee sHavYeHMe PE3YIbTATOB HCIILITA-
HUF, CPeJHEKBAAPATAYECKOE OTKIOHEHWE W pas-
HOCTH CPEIHETO U aTTECTOBAHHOTO 3HAYEHUU ITPHBE-
nesnl B Tabma. 1.

W3 puc. 1 BuzHO, 9TO IIPU UCIIOIH30BAHUN METO-
na AAC monygenHOe 3HAYEHHWE MACCOBOM T0JIH MEIH
0496HDb OJIM3KO K ATTECTOBAHHOMY, 4 JJIS THTPUMET-
PHYECKOTO METOHA OHO OTIMYAeTCA OT ATTECTOBAH-
Horo Ha 0,2 %. Pesynbprarsl onpenesieHus Menu pas-
HBIMHA METOAAMHU IIE€PEeKPBIBATCA TOJBKO B HeGOJII:-
mro¥ obamacru suavenut — oxoio 0,1 %. Pas6poc pe-
3yJbTATOB U3MEPEHHU II0 OTHOIIEHHUI K CPEIHEMY



«3aBoackasa maGoparopuna. JJuarnHocrura marepuaios». 2022, Tom 88, Ne 10 33

Maccosas gons, %

1 2 3 4 5 6 7 8 9

Q= ©MeTO aTOMHOH aGCOPGTIIT

== = = CpenHee 3HAUEHHE

T
13 14 15 16 17 18 19 20

T
11 12
IlopanaxoBbIi HOMep H3MepeHns

e==@== TuTpuMeTPUYECKHH METO/T
=me=e (CpeHee 3HATCHAES
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IUOHHBIM MeTOOdaMI

Fig. 2. The results of measuring the mass content of copper in brass coating of steel cord sample by titrimetric and atomic ab-

sorption methods

s3HaYeHU0 corsiacHo Tabi. 1 mMewHbime s mMerona
AAC.

IIposedenue ucnwimanuii obpasya memanno-
xopda. Vcmonp3oBaiu MeTAUIOKOPZ KOHCTPYKIMU
2x0,30 HT upoussogzcrea OAO «BM3 — ympas-
maromas kommanus xoiaguara «BME». B skcmepu-
MEHTe IIPUHUMAJIHN yIacTue ABe jgaboparopuu, KoTo-
poie npeacrapnanu 110 10 pesynbTaToB H3MepeHuin
raxpas. Vensitanuwa B Rakmou jgaboparopuu co-
CTOSLIM W3 IATH TPYIIL [0 ABA KUCHBITAHUA. B Ram-
JOU I'PYIIIe Pe3yIbTaThl IOAYyIeHbl B YCIOBUAX I0-
Bropsiemoctr. Jis pasHbIX TPy UCILITAHUU CO-
OJIFOAINCH YCIOBUA BOCIPOM3BOAUMOCTU (pasHbBIe
IHU, pasHOoe 060pyI0BaHNe, PASHBIE OITEPATOPSI).

Pesynprarer wmcnbrramuil  mpexpcraBieHsl  HA
puc. 2 (nmopsaroesie HoMepa 1 — 10 cCOOTBETCTBYIOT
pesyibTaraM M3MEPEHUM, BHINOIHEHHBIX B IIEPBOU
naboparopuu, 11 — 20 — Bo BrOpou Jaboparopun).

O61iee cpeiHee sHavYeHMe Pe3yIbTATOB HCIBITA-
HUH U CPEAHEKBAAPATHYIECKOE OTKJIOHEHWE IIPHUBE-
neHbl B Tabi. 2.

W3 puc. 2 BugHO, 4TO PE3ynbTATHI OLIpEeeHus
Megu pasHbIMH MeETOJdaMKu H€ IIePeKPLIBAITCA H
pasHWNA MeXJy KpauHUMH 3HAYEHUAMM JJd ABYX
meronoB cocrasuser oxoino 0,1 %. Paszbpoc pesymns-
TATOB M3MEPEHUN [0 OTHOIIEHHUIO K CPeJHeMy 3Ha-
YEHUIO COIJIACHO Tabj. 2 HeMHOro MeHbIe JJis TUT-
PHUMETPHUIECKOTO METOAA.

Pacwem norasamesneil npeyusuornnocmu. Pac-
CUIUTAHHbBIE IIO0 pe3yjabTaraM HCIBITAHUUA rocyapap-
CTBEHHOTO CTAHAAPTHOTO 06pasma jJaryHu u obpas-
[1a MeTAJLIOKOP/A [IOKA3ATeIIN IIPEU3UOHHOCTH [JIs
IBYX METOIOB IPeACTaBIeHbI B Tabi. 3.

Ilokasarenu npenwsnoOHHOCTH METONOB OTIIH-
4aoTCA HE3HAYUTEeILHO. PaszHocrs Mexny cpen-
HUMH 3HAYEHHIMH MAacCOBOH aoau| Mengu, IIoJy-

Ta6auma 1. O6mee cpeatee sHaYeHNE Pe3yIbTATOB UCIBITAHNM, CpeHee KBAAPATIIHOE OTKIOHEHUE U PASHOCTE OT ATTECTO-
BAHHOTO 3HAYEHNI TOCYAAPCTBEHHOTO CTAHAAPTHOTO obpasia xaryau VSL 2-1

Table 1. Total mean value of test results, standard deviation and difference from the certified value of the sate standard refe-

rence sample of brass VSL 2-1

Tlpamie AAC TI/ITpI/II\;I/IG;TT[())I;I[‘{eCKI/Iﬁ
O61mee cpentee 3HAUEHNE MACCOBOH oy Menu, % 64,632 64,456
CpenHekBapaTriecKoe OTKIOHEHNe 0,07802 0,10736
Pasnocrs Mexy cpeHNM 1 ATTeCTOBAHHBIM 3HAYEHUAMI MACCOBOH n0Iu Menu, % 0,008 0,184

Taﬁ.rmna 2. O6Luee CpeHee sHaUeHUe U CPeIHEeKBaApPaTHYeCKOe OTRIIOHEeHNe Pe3yIbTaTOB HCTIBITAHUN 06pa3ua MeTaJLIIOKoOpaa

Table 2. The total mean value and standard deviation of test results of the steel cord sample

ITapamerp AAC TurpuMeTpuyeckuil MeTOx
O61mee cpentee 3HAUEHNE MACCOBOH oy Menu, % 67,820 68,139
CpenHekBaipaTiecKoe OTKIOHEHNe 0,05911 0,05139
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Ta6auma 3. [ToxasaTenu IperusMOHHOCTH METOLOB [0 PE3YIbTATAM OLIPEAeIeHNI MeIU B TOCYAAPCTBEHHOM CTAHTAPTHOM 00-

pasiie naryuau VSL 2-1 u o6pasiia MeTanaokopaa

Table 3. Precision indicators of the methods based on the results of copper determination in the standard reference material

of brass VSL 2-1 and in a metal cord sample

Crannaprmoe Ilpenen Crannaprmoe IIpenen Bocmpo- O61mee
Merop anammaa OTHJIOHEHHE HOBTOPS- OTKJIOHEHHE BOCIPO- H3BOAUMOCTH cpenmee
noBTOpaemocta S, , % emocta 7, % nasopumMocta S, % R, % 3Havenne y, %
I'CO marynun VSL 2-1
AAC 0,087 0,24 0,097 0,27 64,632
Turpumerpuieckuii 0,087 0,24 0,109 0,31 64,456
O6pazen METAILIOKOPIA
AAC 0,056 0,16 0,059 0,17 67,820
TurpuMmerpraecKuil 0,060 0,17 0,068 0,19 68,139

Ta6auma 4. 3HadeHus DapaMeTpoB, UCIOIb3YEMbIX AN OLEHKH BHYTPUIAGoPATOPHOU U 00ILe IPeIi3nOHHOCTH

Table 4. Values of the parameters used to evaluate the intra-laboratory (intermediate precision) and overall precision

Ilapamerp

I'CO marynm VSL 2-1 O6paser MeTaTIOKOpAA

BryTpunabopaTopHad IPEIU3HOHHOCTD F),

Kpurmeckoe sHadenue F, npu ypoBHe sHaunmocra 0,05
Kpurieckoe suagenne F _ o Opu ypore saumvocTu 0,05
Obmas mpenusnoHHOCTD Iy

Kpuruieckoe sHadenue F, npu yposHe sHauumocru 0,05

Kpurmieckoe snauenne Fy _ ) 1pu yposre suaummoctu 0,05

1,000 1,160
0,183 0,269
5,461 3,718
1,440 1,467
0,150 0,248
6,681 4,026

YEeHHBIMHU ATOMHO-a6COPOLIMOHHBIM U THTPHMETPH-
qyeckuM Mmerojgamu, cocrapiaser 0,176 % pua cras-
napraoro obpasna jaryuau u 0,319 % mas obpasia
MeTAJLIOKOPAA.

Cpasnenue npeyu3uornocmu memodos usmepe-
Hult ¢ npumenenuem kpumepus Puwepa F. Cornac-
uo 11. 8 ISO 5725-6 npoBeseHo cpaBHEeHUE MIPEIU3H-
OHHOCTH J[BYX METOI0B H3MEPEHUA 0 Pe3yIbTaTaM
HCIBITAHUYU CTaHAAPTHOTO 00pasua jaryau VSL 2-1
u 06pasa MeTaLIOKopA.

Ouenena sayrpuiiaboparopuas u obmas mperu-
3HOHHOCTh C IpuMeHeHueM kpurepus Puinepa.
Pacuersr nposenens: B coorBercrBum ¢ n. 8.4.9.2.2
ISO 5725-6.

Hcnonbayembie i ONEHKU IAPAMETPHI IIPUBE-
JeHnl B Tabm. 4.

BuyTprinaboparopHy 0 IpenusnOHHOCTh OLEHU-
BAJIH 110 CJIEYIOIIEeMY HEPABEHCTRBY:

Foyo <F.<Fq_qp) 1)

H s pesyapraToB aHAINM3A CTAHJAPTHOrO 06pas-
Ia JIATYHH OHO BBIVIAAUT CIEAYIONAM 006pasom:
0,183 <1,000 < 5,461. 3uauenue BHyTpHIAb0pPATOP-
HOU PENHU3UOHHOCTH YAOBIETBOPSIET HEPABEHCTRY,
CJIeZIOBATENIBHO, HET OCHOBAHHUU I0JATATh, YTO Me-
TOALI HMEIOT PpAa3iWYHyH BHYTPHIA60PATOPHYIO
[PEIU3HOHHOCTD,

Huan pesynbpraroB ananusza ofpasma Merasio-
KOp/la HEpPaBeHCTBO Takke BoinosHAercs: 0,269 <

<1,160 < 3,718, cnepoBaTelibHO, U B ITOM Ciiydae
MEeTOAbI MMEIT CPABHUMYI BHYTPHIAG0PATOPHYIO
[IPENU3UOHHOCTb.

O611y0 IPEeru3nOHHOCTh OIEHUBAIM [0 Clle-
IYIOIeMy HePaBEeHCTBY:

Fya<Fr<Fq_yp. 2)

Hns pesynsraror anamusa ['CO narysu 0,150 <
<1,440 < 6,681, B ciyuae ofpasia MeTaLIOKOPAA
0,248 < 1,467 < 4,026, cnemoBarenbHo, 06a Merona
HMMEIOT CPABHUMYIO O0IIYI0 IPEIU3HOHHOCTD.

Cpasnenue npasusvrocmu memodos uszmepe-
nuit. IlpoBepeno cpaBHenue ofiero cpegHero 3Ha-
YEHUS COAEPIKAHUA MEAH C €r0 ATTeCTOBAHHBIM 3HAa-
JeHHWeM B CTaHAApTHOM obpasue marynu VSL 2-1 B
coorsercrBuu ¢ 1. 8.4.9.3.1 ISO 5725-6 (rabu. 5).

O61ee cpenHee 3HAYEHHE PE3YILTATOB, IOJLY-
YEHHBIX KAKABIM METOLOM, CPABHUBAIHU C ATTECTO-
BaHHBIM 3Ha4YeHueM copepsxanus meau B ['CO nary-
um VSL 2-1:

ol o

IIpuemnemocTs cMmeleHnil ONEHUBAIY 110 HEPa-
BEHCTRY:

ln—5<86,/2. 4
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TaﬁJII/IHa 5. 3uavenusa IIapaMeTpoB, UCIIONIb3YEMbIX AJIA CPABHEHUA IIPABUIBHOCTH METOI0B

Table 5. Values of the parameters used to compare the trueness of the methods

ITapamerp AAC Turpumerpus
Konmectso rpynm, p 6 6
Konmectso ucnbiTanuii B 0AHOHU rpyime, n 2 2
CrangapTHOe OTKIOHEHUE OBTOpAeMocTH, S,, % 0,087 0,087
CraHnapTHOe OTKIOHEHUE BOCIPOUZBOIUMOCTH, Sp, % 0,097 0,109
O6mee cpenuee suasenue, y, % 64,632 64,456
ArTecToBaHHOE 3HAYEHME MaccoBOu xomu Meau B VSL 2-1, 1, % 64,64 64,64
MunmvansHOe 3HAUEHNE PASHOCTH MEXKLY OKHIAeMBIM U ATTECTOBAHHBIM 3HAUYEHUAMU 0,1096 0,1332
MaccoBo# xonu Meny, 6, %

O6HapyxuBaeMOe 3HAYCHNE PasHOCTH Meskay cMernteHuamu AAC U TUTPUMeTPHIECKOTO 0,191

Merona, A, %

Ima aromuO-a6CcOpOIMOHHOTO MeTona Hepa-
BercrBo (3) umeer supm: 0, 008 < 0,0612, cinegosa-
TEJILHO, PA3HOCTh MEKILY OOIIUM CpeTHUM 3HAYCHU-
€M Pe3yJIbTaTOB, ITOJIYYEHHBIX C KCIIOIb30BAHUEM
JAHHOTO METO0[d, ¥ ATTeCTOBAHHBIM 3HAYEHHEM CO-
JEPIKAHUA MU CTATHCTUIECKH He3HAYMMA.

Hepasencreo (4) mmeer Bum: 0,008 <0,0548,
CIe0BATE/ILHO, HEeT OCHOBAHMU II0JIATaTh, YTO Me-
TOJ UMEEeT HelIPUeMIEMOoe CMeIlleHre.

Jlid THTPUMETPHUIECKOTO MEeTO[a HepPaBEHCTBO
(3) mmeer Bux: 0,184 > 0,0735, cnegosareabHO, pas-
HOCTh MEEAY OOIIUM CPpeIHUM 3HAYEHHWEM DPe3yJib-
TATOB, MOJYYEHHBIX C HCIIOJb30BAHUEM JAHHOTO
MeTo[a, U ATTeCTOBAHHLIM 3HAYCHHEM CTATHCTHYE-
CKU 3HAYMMA.

Hepasencreo (4) umeer sum: 0,184 > 0,0666,
3HAYUT, €CTH OCHOBAHUS II0JIATAT, YTO METO UMEeT
HeIIpHUeMJIEMOe CMeIleHue,

CpaBHenure o6IMUX CPeIHUX 3HAYEHWHA C aTTe-
croBauHbIM copepsxanuem menu B ['CO maryaum mo-
kaseiBaer, uro A meroga AAC cmemenne HesHa-
YUTENBbHO W IPUEMJIEMO, a4 TUTPUMETPUYECKUN Me-
TOJ MMEEeT HelpueMIeMoe CMeIlleHue.

CpaBHun TakKe CpefHHe 3HAYCHHA COMep:Ka-
HHA MeJu, [I0JyYEeHHbIE PA3HLIMU METONAMHU, B CO-
orBercrBuu ¢ 11. 8.4.9.3.2 ISO 5725-6 (cm. Tabu. 5).

Hua cpaBHeHUA CPeIHHX 3HAYCHUH pPE3y/Ibra-
toB ucusitanui I'CO naryau VSL 2-1, nonydeHasix
IBYMSA METOJIAMHM, UCIIOIH30BAIN HEPABEHCTRO:

‘M‘ <20 (5)
s |
IIpremiiemocts pasHOCTH MEKAY CMEIIEHHUAMU

JJIsE 000MX METO[0B OLEHUBAIN B COOTBETCTBUU C
HEpaBEHCTBOM:

f—1 f—1 }\4
IyA—yTIS; (6)

Jlma aToMEO0-a6COPOIIMOHHOIO METO/a B CPABHE-
HHUH C TUTPHMETPUYECKMM HepaBeHCTBO (5) mmeer

Buj: 3,68 > 2,0, cienoBaresbHO, PA3HUIIA MEKILY
CpeJHUMHU 3HAYCHUAMU AJId JAHHBIX MEeTOA0B CTATH-
CTUYECKH 3HAYHMA.

Hepasencreo (6) mmeer Bum: 0,176 > 0,096,
3HAYUT, €CTh OCHOBAHHUA II0JIAraTh, 4YTO Pa3HOCTH
MeXAy CMEeIIeHUuAMH I JaHHBbIX METOOOB HEeIIpH-
eMiieMa.

CpaBsHeHUe CpemHHX B3HAYCHUH CONEpP:KAHU
Meau, I0JYy4YeHHBIX PAasHbIMU MEeTO4aMU, IIOKa3bIBa-
€T, 4TO JJI JAHHBIX METOA0B PA3HUIA MEXAY Cpel-
HUMH 3HAYECHUAMHU CTATHCTHYECKH 3HA4YUMaA U eCThb
OCHOBAHHWS MOJATraTh, YTO PA3HOCTb MEKIY CMeIle-
HHUAMMJ HeIllpueMJeMa.

JarjaroueHue

Taxum 06pasom, MOKHO CelaTh BHIBO, YTO U3
IBYX PACCMOTPEHHBIX METOAOB OLPEEIeHUT MeU B
naryaaoM okpsitud AAC sBnsercs mHaubosee T0O4-
HBIM, TAK KAK MMEeeT IPHeMJIeMbIe [I0KA3aTelu IIpe-
OHM3MOHHOCTH U IPABIIILHOCTHU. THUTpUMeTpHUIecKui
METO[ HMeeT IIPUeMJIeMble [IOKA3aTeI! IPEenU3HOH-
HOCTH, HO Henpuemiemoe cmertenue. [Ipu srom cy-
utecrBenusiM npenmyinecrsoM AAC o cpaBHeHUO
€ TUTPUMETPUIECKUM METOLOM SBIAETCH DKCIIPEecC-
HOCTD, YTO [eJIaeT IPEANOITUTEILHBIM UCII0Ib30Ba-
uue AAC B naboparopuu ¢ IPOMBINIIEHHBIM 06Be-
MOM HCITBITAHUH.
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HUccnenoBaHue CTPYKTYpPHBI U CBOUHCTB

Structure and properties research

PusmaecKkrue MeTOabI Physical methods
HCCIEJOBAHUA U KOHTPOJIA of research and monitoring
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NCCJIEJJOBAHUE TEMIIEPATYPHBIX ITOJIEA
B OBPASIIAX ITOJIMMEPHBIX MATEPHUAJIOB
METOJOM INHAMHMYECKOI'O MEXAHHYECKOI'O AHAJIN3A

© Mwuxaun AnexcauapoButd I'op6osen, Ilerp Cepreesma MapaxoBckmii®,
Huxura Huxonaesua Bopooses, ko Muxaiinosuua I'ypeBua

Beepoccuiicknit HUU asuaumonneix marepuanos HUIT «Kypuarosexuit maceruryr» — BHAM, Pocena, 105005, Mocksa,
ya. Paguo, x. 17; *e-mail: petr marakhovskiy@mail.ru

Cmamus nocmynuna 2 anpens 2022 2. Ilocmynuna nocae dopabomru 16 mas 2022 2.
Hpunama k nybaurxayuu 15 uons 2022 2.

WameHneHns TeMIepaTyphl CTEKTOBAHIS ITOIAMEPOB 3aBUCAT OT YCIOBUI ce oIpenentenusd. B pa-
60Te IIPENCTABICHDI Pe3yIbTATh HCCACIOBAHNA TEMICPATYPHBIX IOeH B 06pasliax IIoIuMep-
HEBIX MATEPUAIOB METOLOM AUHAMIYECKOTO MEXaHUICCKOTO aHAIN3a. AHATUSUPOBATIH U3MeHe-
HUS TEMIIEPATyPhI CTEKIOBAHNA ToanMepHoii otnueku BCI-34 u npoduna TeMepaTyp B IIOIH-
Mepuoit Marpurie I/ -20/JAPC. Il na KoppeKInun pe3yIbTaTOB UCIBITAHNN IOIPABOTHOH (hYHEK-
nnel UCIONB30BANTY CTAHIAPTHEIE 006pAasITbI IVIABICHUA. ¥ CTAHOBICHO, YTO HANOOIBIIIEe OTKI0-
HEHHE TEeMIIePaTyphl HabmomaeTesd Ipu H3MEePEeHUIX B Cpefax aproHa U TelHsd ¢O0 CKOPOCTIMHA
marpesa 1, 2,5 u 5 K/mun. Pacnpeznenenue TeMmepaTypbl 0 06pasily HOIUMEPHOH OTIUBEA
KpaiiHe HeoqHOPOAHO. PasHuila MeRIy TeMIIepaTypoi B cepeiute U Ha pacerosaud 1/4 oT kpas
obpasta cocrasnser 16 °C (cpema — aproH, ckopocts — 5 K/mum). Kpome Toro, mpu cropoctu
1 K/muH oTMeueHBI aHOMATLHO HU3KAC 3HaUeHU IToKasaTens creknoBanus. [lomyaennsie peay-
JIBTATHI MOTYT OBITH UCIONB30BAHEI AT COBEPIICHCTBOBAHU METOIUKA U YTOUHEHHA Pe3yIbTa-
TOB UCTIBITAHUH B PA3IHYHBIX TA30BBIX CPEax, a TAKKe YMEHBIICHUA UX IIPONOIKATEILHOCTH.

KmoueBsie ¢ioBa: TeMuepaTypa CTEKIOBAHWSI, HONNMED; PETAKCAIIMOHHAS CIHEKTPOMETPHS;
KaTubpoBKa; HHEPTHAS aTMocepa.

STUDY OF TEMPERATURE FIELDS IN SAMPLES OF POLYMER MATERIALS
USING DYNAMIC MECHANICAL ANALYSIS

© Mikhail A. Gorbovets, Petr S. Marakhovskiy*,
Nikita N. Vorobyov, Yakov M. Gurevich

All-Russian scientific research institute of aviation materials NRC “Kurchatov Institute” — VIAM, 17, ul. Radio, Moscow,
105005, Russia; *e-mail; petr_marakhovskiy@mail.ru

Received April 2, 2022. Revised May 16, 2022. Accepted June 15, 2022.

The goal of the study is to reveal the dependence of the glass transition temperature on conditions of its
determination. We present the results of studying temperature fields in the samples of polymer materials
by the method of dynamic mechanical analysis. Changes in the glass transition temperature of the poly-
mer casting VSE-34 and the temperature profile in the polymer matrix ED-20/DAFS were analyzed. Stan-
dard melting samples were used to correct the test results using the correction function. It is shown that
the most significant temperature deviations are observed when measured in argon and helium media with
heating rates of 1, 2, 5, and 5 K/min. The temperature distribution over the polymer casting sample is
highly non-uniform. The difference between the temperature in the middle and at a distance of 1/4 from
the edge of the sample equals 16°C (medium — argon, heating rate — 5 K/min). Moreover, at a heating
rate of 1 K/min, abnormally low values of the glass transition index were marked. The results obtained
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can be used to improve the measurement procedure, reduce test duration and refine the results of tests in

various gaseous media.

Keywords: glass transition temperature; polymer; relaxation spectrometry; calibration; inert atmo-

sphere.

Beenenne

ITpu amanuse rerurogusnaeckrx CBOUCTB Mare-
PHAJIOB NPUMEHHT KAK CTAIMOHAPHEIE, TAK U He-
cTanuoHApHbIe MeTOoabl ucciexoBanuii [1, 2]. Bce
O9TH METOAbl OTHOCHUTEJBbHBIE, U METPOJOTH4YeCROe
obecrieueHre U3MEPEHUH OIPEReIAeTCH HCKIIOIHn-
TEJILHO STAJIOHHOM 64301, KOTOpAs UMEeeT OrpaHmJe-
uus o remmeparype: 1800 K — miia remnosoro pac-
mupenwns, 3000 — s remwroemrocrn, 1100 K —
AJISA TEIIOIIPOBOAHOCTHU BBICOKOIIOPUCTHIX Marepua-
o ("OCT 8.018-2007, 8.176-85, 8.140-2009) [3].

OTMeTI/IM, YTO HeCTaIuOHAPHbIE METOdbIl BCIIEI -
crBre (PURCAIIMN TOIBKO CKOPOCTH HATPEBA U CPEe-
HeW TeMIlepaTypbl OTHECEHHA II03BOJIAIOT HCKIIIO-
YUTH OlIpeaesieHne TEIVIOBBIX IIOTOKOB M y4deT Tell-
sonoreps. Kpome Toro, oHu cHmKAOT TPeGOBAHUA
K TEIUIOBOM 3amure 00pasna OT BHEIIHUX BO3AeEH-
creuii. OQHAKO pacdeTHbIEe YPABHEHHUS TEILIOLPO-
BOJHOCTH OKA3BIBAIOTCH (0Jiee CIOMKHBIMU (110 cpasB-
HEHHWI) CO CTAIlMOHAPHBIMKA METOJAMH) U TpPebyroT
cTporo 06eCHe‘{eHI/IH HAYaJIbHBIX MW TPAHUYHBIX
YCIIOBHY SKCIIEPUMEHTA.

B npubope nuraMudeckoro MexaHU4eCKOro aHa-
muza (JIMA) marpyska o6pasma oCyIIecTBIAETCS B
YCJIOBHAX KBA3UCTAIMOHAPHOTO HATPEBA € OJHOBPE-
MEHHOU (PUKCALIMEN [TI0KA3aTeNeH KeCTKoCTH 06pas-
0a 1 BHYTPEHHEIro TPeHus;.

B CiIydae uccijaenoBaHusd II0JIUMEePOB BOSHUKAKT
HU3BECTHBIE CJIONHOCTH B OIIpeaeJiecHuH TeMIepa-
TYyPbl OTHECEHHHA, ITIOCKOJIBKY TaKhue MaTepHuaJIbl Xa-
PAKTEPU3YIOTCH HU3KOH TEILUIOIPOBOLHOCTBI0 U B
HHUX MOTYT (POPMHUPOBATHCA 3HAYWUTEIHHBIE TEMIIE-
paTypHBIE I'PAJWEHTHI, B TOM 4YHCJE 33 CY4eT CaMO-
pasorpesa. Crermansuo paspaboraHHbI ofpaser:
W3 CTERJIOIJIACTHURA C HHAWEBHIM CTEDIKHEM II03BO-
JIfeT BHOCUTD IIOIIPABEKHU II0 TeMIlepaType, HO TOJb-
KO B OIpEAeNeHHOM TEeMIIEPATYPHOM HHTepBaJe.
Koppexruposka Bo Bcem TemiteparypHOM Auamaso-
He wucnbiranuii He Bosmoxua ("OCTP 56753-
2015). B uncTpyKIuu 1o skciutyaranuu Ha 060opy-
JOBAHWE W METOLUKE IIOBEPKHU HpubOpa periameH-
THPYIOIIAS [IPoLenypa KaTubpoBKY 110 TeMIIePaType
TAK}KEe OTCYTCTByeT. PaHee IpU M3MEPEHUAX METO-
pom TMA piusHve TeMiepaTypHOH KaiuOpPOBKU HA
TEMIIEpPATypy CTEKJIOBAHUA M TeMIlepaTypHBIN Ipa-
OUEHT HEe WCCIef0BAIX. Dbna mpoBefeHa OLMEHKA
BIMSHUA IIPOJYBOYHOTO I'aza Ha TEMIIEPATYPY CTEeK-
nopaHud [4].

ITenp paborsr — uccnemoBanue TEMIIEPATYPHO-
ro upoduis o ofpasily Marepuaia W OLEHKA ero
BIUAHHUA HA PETHUCTPHUpYyEMble 3HAYEHUS TeMIlepa-
TYPBI CTEKJIIOBAHUA.

Marepuanni, METOHKA, 000OPYAOBAHHAE

Hns oupenenenus npodyuiisa TeMueparyp B H3-
MEPUTEILHON f4Yedike npubopa IPUMEHSIN XpPo-
MeJIb-aoMeeBsie Tepmonaps: tuna TXA ¢ Tosmmu-
unou repmosnexrpuros 0,2 mm (I"OCT P 8.585-2001
I'CH). Uszonsmuio TepmonpeobpazoBaTesiei ocyiie-
CTBJIAJIA IIPHU I[OMOINY (PTOPOILIACTOBOM OILIETKH.
Kourakr xoponsroe (guamerp — 0,75 — 0,83 mm)
TEPMOIIAD C HATPEBAEMBIMH IIOBEPXHOCTAMH II€9U
npubopa DMA 242 o6ecrieanBaics ¢ IOMOIIBIO TEP-
MOCTOMKOr0 MOJIHMAMUAHOTO CROoT4a. Temmeparypy
HA [IOBEPXHOCTH ILIOCKOT0 HATPEBATENS OIIPEeIesis-
JIF B CPEAMHHOM ILIOCKOCTH 06pasna.

Temneparypy B OTBEPIKIEHHOU IIOJMMEDPHOU OT-
muBke IM1-20/HAJ[PC KOHTPOIUPOBAIH C KCIIOIb-
30BAHMEM TEPMOILIAD TOTO K€ THIIA, 3AKJIECHHBLIX B
CpPeAMHHOM IIOCKOCTH 06pasiia Ha paccrosHuax 1/4,
1/2 u 5/8 or Topresoii moeepxHocTu. IIpmbopom
Termometr CENTER 309 ¢urcuposanu remmepa-
TYPY KQEAOH TepMouapbl ([IOKA3AHUA CYUTHIBAIU
gepes kaxaere 25 °C). CropocTr HATPEBA M IIPOLYB-
KH aproHoMm cocrasisain 5 K/vua u 43 vut/vum.

Temmeparypy Okoi0 Tepmomapsl o6pasma ore-
HHUBAIK II0 TEMIIEPATYPaM CTAHAAPTHBIX 00pa3[oB
(CO) mnaenenwns, pasMenieHHbIX MEEAY ABYMA ILIa-
crunavu crexinomiactuka CTII-97K. CO B Bune xy-
COYKA (POIBrH TONIUMHON 2 MM MOMEIIAId B Cpe-
JUHHOM IUTOCKOCTH Ha 1/4 mnumbl obpasna. B kage-
cree CO mcnonpsosamm Ga (CO 2312-82, Ga mapku
Ga-99,9999, TY 48-4-350-84), In (CO 2313-82,
In mapru MH-00, I'OCT 10297-94), Sn (CO 2314-
82, Sn mapxu OBY-000, I'OCT 860—75), Zn (CO
2315-82, Zn mapku 1IB, 'OCT 3640-94).

Temmneparypy crexnoBanus ornusru BCI-34
(pasmep obpasua — 50 X 10 X 3 MM) — nonmmep-
HOU CHCTEMBbI K3 MOAU(DUIMPOBAHHOU SIIOKCHUAKA-
HOBOU CMOJIBI M KOMILTIEKCHOU OTBEPIKIAIOIIEN CHC-
TEMBl JUIAAHAHAMHUA-MOYEBAHA — OIPEIENIAIn
npu Harpese co cropocravu 1, 2,5 u 5 K/mun (vmax-
cUMasIbHAA JuHAMUYecKad Harpyska — 7 H, avnnu-
tyna gegopmanuu — 10 MEM) B cpefax aproHa u re-
JIUS C PA3/IMYHBIMU CKOPOCTAMU NPOAYBKH [8]. Yuu-
THIBAA XUMHUYECKOE CTPOEHHE KOMIIO3UIIAH, MOKHO
[PEeAIIOIOKUTH, YTO IIOC/Ie OTBEPIKIEHUA B HEU IIpe-
AMYIIeCTBeHHO OyayT (POpMUPOBATHCA CBA3H THIIA

C-C, C-N, N(R)-C(0)0.
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50 150 250 350 450 550
Temmeparypa, °C
Puc. 1. OTKIOHEHNA OT HCTUHHBIX 3HAUYEHUH TeMIIepaTyphl

npu ckopocTax Harpesa 5, 2.5 u 1 K/MuH B nuHepTHBIX aTMO-
cpepax He (I — 3) u Ar (4 - 6) cooTBeTCTBEHHO

Fig. 1. Deviations from the true temperature values at
heating a rate of 5, 2.5, and 1 K/min in an inert atmosphere
of He (1 - 3) and Ar (4 - 6), respectively

O6cy:xneHne pe3yabTaToB

Tlepen usvepenuneM TeMIepaTypsl CTEKIOBAHAL
noiaumepaor marpunst BCI-34 npum pasmTHIHBIX
CKOPOCTSIX HATPEeBA IIPOBOAWIH KaTuOPOBKY IIPH-
Gopa mo temmeparype. Kamubpora Heobxoxuma
IJISL yYeTa TeIUIONOTePh W TPANUEHTA TeMIIePaTyp
o o6pasiy Ipy IIPOJAYBKE HM3MEPUTENbHOU A4erKu
HMHEPTHBLIM Ia30oM, 6aarogaps KOTOpOMY OKHCIEHHe
Marepyuasia CBOJAUTCA K MUHAMYMY.

Ilnapnenwne perucrpupoBaid 0 U3MEHEHHUIO
IuHbL 00pasia B 3aJaHHOM TEMIEePATYPHOM WH-
TepBae.

C 1mOMOIIBI0 [IOJNYYEHHBIX pe3yJIbTAaTOB CO-
spasanca palial TeMIlepaTypHOM KaamOpOBKH, CO-
Jep:aiui nonpaBodusie kKodgdunuenter By, B,
B, niis uamepsiemon remiieparypsl (Tepmornapa pac-

Puc. 2. Yeranosra DMA 242C (o), o6paser] OTIUBKY IOJIHU-
MepHOH MATPHILI ¢ XPOMENb-ATIOMEIeBhIMH TEPMOIapaMu
(6) u cxeMa yKIagky Tepmomnap (8)

Fig. 2. DMA 242C setup (a), a sample of polymer matrix
casting with chromel-alumel thermocouples (b) and thermo-
couple laying scheme (¢)

nosiarasiach Ha paccrosauu 0,5 mv or 60K0BOU Tpa-
HH 06pasna).

B obmem Bume dyHEIMIO TeMmeparypHOH Ka-
JUGPOBKY MOKHO IPELCTABUTE B BHE:

f(T) = By + BiToy + B,TZ,. (1)

B rabaume npuBeneHBI KOHCTAHTHI IIOIPABOY-
HOU (PyHKIMH, HA PHUC. | — OTKJIOHEHUS OT WCTHH-
HBLIX 3HAYEHWM TeMIIepPaTyphbl IIPHU PasIuYHBIX CKO-
pPOCTAX HArPEBA B MHEPTHBIX arMocdepax.

Bupno, uro B cpexe aprona HambosIbIIEE OTKIO-
HeHue HalIoaaerci IPU CKOPOCTAX HArpera 2,5 u
5 K/mun, B cpene renus — npu 5 K/mumn.

KoucranTe! IonpaBouHol QyHKINY IPY U3MEPEHHIX B PA3HBIX cpejax

Constants of correction function for measurements in different environments

Komncrants!

Cpena CKOPSIC;ZTEEEEY o B, B, B,
Aproun 43 mu/muy, 5 K/muu 39844 188,4 0
43 mn/muH, 2,5 K/muu 4901,8 -55,4 0

43 mu/muy, 1 K/mun -3205,2 8124 0

Tennit 70 mn/mun, 5 K/muu 1476,9 -505,2 0
70 mu/mun, 2,5 K/ivMun 540,7 -295.8 0

70 mn/mun, 1 K/muu -471,0 117,5 0
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Puc. 3. Bpemennnie 3aBUCHMOCTH TEMIIEPATYPBI B PA3IIY-
HEBIX TOYKax ob6pasna B yeranoske DMA 242C

Fig. 3. Time dependences of the temperature at different
points of the sample in a DMA 242C setup

Ha pwuc. 2 npuBeseHnl cxeMmbl pPacCIIOIOKEHUS
repmonap (TII) m ycramoBrum ux B mpuGop DMA
242C. VsvmeneHus: teMueparypsl BO BpeMs HATPeBa
MaTepuaia B U3MEPUTEIbHON suelike npubopa Qpuxk-
cuposanu ¢ momoripo TII o6pasma, pasmerneHHoMl
pagom ¢ TTI Ne 2.

Ilomyuwmmnu, aro nokasanus TII Ne 2, 3 u TII 06-
pasma 6ausKy 110 a6COMIOTHOMY 3HAYEHUIO (OTININe
cocrasiser He 6oree 4 °C). B ciyuae TII Ne 6 ormm-
gue B mokaszauusax gocturano 16 °C (puc. 3).
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SHaunTeIbHBIE IIePenajbl TEeMIIEPATYp, PEeru-
CTpHUpyeMble B OIpeneeHHON 061acTr, BHIHUMO,
CBSI3AHBI C KCIOJL30BAHUEM HHIEHTOPA JJif Iiepe-
gaun  TpebyeMoW aMILIMTYIHO-YACTOTHOM Xapak-
TEPUCTHUKHN MPH HUCHLITAHKUAX. [[09TOMYy HMEHHO B
9TOM 06/1aCTH MOKHO OBLIO OKHUIATH 3HAYUTEITBHBIN
OTTOK TEIUIA 33 CUEeT CO3/AAHUA TEILIOBOTO MOCTA Me-
JKAY OXJIAMKIAEMBIM IIePefaTiuKOM CHUJIbI M Harpe-
BaeMbIM 06pasmom.

Jlasg TyCTOCIIHTBIX ITOJIMMEPOB HAOIIOMANTCA
[IPEeHMYIIEeCTBEHHO A-, - U «-IIepexonpl, KOTOpbIe
MOKHO HIEHTH(HUIMPOBATh MO MAHHBIM AHAIH3A
peIaKCcaIMOHHOU criekTpoMepud [9].

Temiiepatypy CTEKJIOBAHUSA MOJUMEPHOM MaT-
purist BC3-34 onpenensiu B cpeax aproHa u Tefius
Ha yacrorax 1 w 10 I'n. Ilpm sToM mcnbiTaHusa npo-
BOJWJIM HA OJHOM IIOJIMMEPHOHW OoTiuBKe. Harpes
ocymecteianu n0 170 °C pgna wckIOYeHUA BO3-
MOKHOTO Pa3pylIeHus II0JIUMEPHOU CeTKU U HPOsiB-
JIeHUS HEOAHOPOAHOCTH MOJIEKYJISPHO-MACCOBOTO
pacnpenenenun. KoHTpos M3MeHeHUA MAacchl (OHA
0CTaBajgach HEM3MEHHOW) HPOBONWIM 0 W IIOCITE
HUCITHITAHUH.

3aMeruM, 9YTO TEMIIEPATYPY CTEKIOBAHUA OIpe-
JeJISI0T KAK 110 SKCTPAIIOJIHMPOBAHHOMY HAYALy HA
3aBUCUMOCTH [UHAMUYECKOTO MOAYAA YIPYTIOCTH,
Tak u 1o Touke meperuba [6]. Ee raxxe moxHO orre-
HHUBATh [0 KKy MOAY/IA HOTEPh WX [0 ITePBOU
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Puc. 4. 3aBucuMocTu TeMIIepaTypel CTeKIoBaHMs 1. OT CKOpocTH Harpepa, momydennsie o I'OCT P 57739-2017 (a, 6),
T'OCT P 56753-2015 (g, 2) u Mmogymio moreps (0, e) (1, 5 _1u 10 T'r1 (6e3 xamubporkn); 3, 4 — 1 u 10 I'tr (¢ kanubpoBKoi))

Fig. 4. Dependences of the glass transition temperature Tg on the heating rate obtained according to GOST R 57739-2017 (e,
b), GOST R 56753 — 2015 (¢, d), and the loss modulus (e, /) (1,2 — 1 and 10 Hz (without calibration); 3, 4 — 1 and 10 Hz (with
calibration))
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[IPOUBBOAHON OT JUHAMUYECKOT0 MOAYJIH YIIPYTOCTH
o temueparype [10 — 13].

Pesynprarer oupenenenus temmeparypsl CTEK-
JIOBAHUSA [0 PA3IMIHBIM METOIUKAM IIPUBEIEHEI HA
puc. 4.

Bunno, uro B cpegax aprona u resus npu CKOpo-
cru 1 K/vMuH Temieparypsl CTEKIOBAHHSA AHOMAJID-
HO Hu3gwe. Kciu BBOZUTH TeMIepaTypHyO HOIpPaB-
Ky IpHU KCIBITAHUAX B Cpefpe aproHa (CKopocTu —
2,5 u 5 K/muH), TO 3HAYEHHUA IPAKTUIECKHU COBLIALYT
€O 3HAYEHWAMU, [IOJYICHHLIMH B CPEJe Tejius I[IpU
Tex ke cKopocrax. [Ipupona 3HAYUTENBHBIX OTRIO-
HeHui pu usMepenun Ha ckopoctu 1 K/vuu tpeby-
eT AAJLHEUINero aHaInu3a.

Ha puc. 5 npuseneHs! TeMIIepaTypHble 3aBUCHU-
MOCTH JUHAMHUYECKOTO MOAYJIS YIPYTOCTH U MOZYJIS
[oTeps B cpene aproHa. /| OmONHUTEILHBIA UK HA
KpuBor Moxayns mnorepk (155 °C) mMoxHO €BS3aTH C
[OABH}KHOCTHIO YPETAHOBBIX IPYIII B MAKPOMOIEKY-
sie nonmuvepHoi marpurs: BCI-34.

3arIoYeHne

Tarum 06pazoM, UCCIEIOBAHNS U3MEHEHUA TEM-
[epaTyphbl CTEKJIOBAHUA U LPOMUIA TEMIIEPATYD B
obpasrie momumeproi Marpuiibl BCI-34 ¢ momorbso

E’, MIla

2000 1

1500 -+

1000

500 -

XPOMEIb-AIIOMENEBhIX TEPMOIAD IIOKA3aJIM, YTO
pPa3HHIIA MEAY TEeMIepATypOd B CepeiuHe W HA
paccrosumu Ha 1/4 or Kpas o6pasma CcOoCTABISET
16°C (cpema — aproH, CKOpPOCTH Harpesa
5 K/mun), HauMeHbIIUE IpAgUeHT TeMIleparyp Ha-
6mromaercas Ha paccrosHmu 1/4 ot Kpad obpasia.
Ananus u3aMeHeHHs NONPABOYHEIX K03(h(UIUEHTOB
I KOPPEeKIUH PE3yJIbTATOB TeMIIePATYPHBIX HC-
ILITAHUN B Pas/Im4HbIX Cpenax BBLIABUJI, YTO HaH-
MEHBIIHE 3HAYCHUS ITOMPABOYHON (DYHKIIMH Peaiu-
3yIOTCA B CpeJe aproHa npu Harpese ofpasna co
crkopocreo 2,5 K/mun. B ciayuae HemcrionbzoBanwms
[IONPABKY TEMIIEPATYPHOM NPOrPaAMMbI PDA3HHUIIA Me-
HAY U3MepAeMbIMHA TeMIlepaTypaMu CTeRJIOBAHUA B
cpefax reiaus u aproHa cocrasiser 5 — 6 °C.

PuHaHCHpPOBaHHUE

Pa6ora BeimonHeHa B paMEax peaausamuy KOM-
IUIEKCHOTO Hay4Horo Hanpasienud 2.1 «Pyrgamen-
TATBHO-OPUEHTHPOBAHHBIE HCCaeaoBanua». «Crpa-
Tern4eCKue HaHpaBJIeHI/IH paBBI/ITI/IH MaTepI/Ia.TIOB u
TeXHOJIOTHH WX mepepaborku HA mepuwopn xo 2030
roga» [6-7] ¢ wucmonbzoBammeM 060pyHOBAHHA

IKII «Knumaruaeckue ucnbrranus» HULL «Kypua-
TOBCKMH mHCTUTYT» — BUAM.

- 150

+ 100

50

40 60 80

100

120 140 160

Tewmreparypa,”C

Puc. 5. TemnepatypHbie 3aBUCHMOCTH TUHAMHIECKOT0 Moayia yupyroctu E’ (1, 3) u mogyna moteps E” (2, 4) B cpene aprona

npu gacrorax 1 u 10 I'ty coorBeTCTBEHHO

Fig. 5. Temperature dependences of the dynamic modulus of elasticity E’ (1, 3) and the loss modulus E” (2, 4) in argon atmo-

sphere at a frequency of 1 and 10 Hz, respectively
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NCCJAEJOBAHHUE 9JERTPOPHUSHUYECKUX XAPAKTEPUCTHR
IIJIACTHYHBIX CMA3OYHbIX MATEPHAJIOB
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AXTUBHO Pa3BUBAIOIIUIHCT SIEKTPHICCKUN aBTOMOOHILHEIN TPAHCIIOPT IPENIIONIATAET CO3NAHNE
TOKOIIPOBOAAIINX CMa30K. B paboTe IpefcTaBIeHBI YCTAHOBKA M PE3yJIbTATHI HCCISTOBAHNA
AMEKTPOMUIHICCKAX CBOWCTE IPOMBIIIICHHO BILYCKACMBIX B MOAEIBHBIX IUIACTIIHBIX CMa30d-
HBIX MATEPHAJIOB, a Takke 00pasloB aHANOTHYHON KOHCUCTEHIINH. Y CTaHOBKA paboTaeT B Aua-
mmazoHe yactoT Toka oT 0,1 no 1 k' u BRIIOYaeT TepMOSUEHKY, MO3BOMIAIONYI0 BAPHUPOBATH
TOMIIUHY 06pasnoB 1 TeMuepatypy B uarepsane 20 — 120 °C. IIpennosxena MeTOIUKA OIIpenese-
HUf BONBT-aMICPHBIX XapaKTEPUCTUR ¢ JATBHEHIIM PacueToM YACILHOH SJIEKTPOIPOBOIHO-
ctr. C IOMOIIBI0 YCTAHOBKY aHATHSUPOBAIN YAESIBHYO 2TeKTPOIIPOBOAHOCTS MOENIBHBIX ILIAC-
THYHEBIX CMA30YHBIX MATEPUAJIOB Ha OCHOBE BA3e/IHHA MEIUITHHCKOTO ¢ JOGABKOH YINIEPOIHBIX
HAHOCTPYKTYP — MATOCIOHHEIX TPAa(hUTOBLIX (DPATMEHTOR U UX MOTADUINPOBAHHEIX AHATIOTOB.
Basenun npuMeHANTH B KadecTBe MOAEILHON 6a30BOH OCHOBBL, ITOCKONBKY €T0 PEONOTHICCKUE
CBOICTBA ITOROOHEI IIACTHUHBIM CMA30IHBIM MaTEPHATIaM, X OH HE COTEPRUT TOTTOTHUTEIHHEIX
TIPUCATIOK, BIUAIONINX HA PE3yALTAT HU3MEPEHHd. YCTAHOBIEHO, UTO BBEICHHE YIVIEPOTHBIX
HAHOCTPYKTYP B BaseNIUH-TUIICKTPUE IIPEBPAIACT €T0 B HICKTPOIPOBOIAIIMH MaTepuall.
ITorasaHo, 9TO IpeIOXKeHHA YCTAHOBKA TI03BOMIAET IPOBOANTD UCCIEeN0BAHNIA YAEIBHOH IeK-
TPOIIPOBOJHOCTH CHCTEM, MOJENIUPYIONINX ILTACTHIHEIC CMA30YHEIe MATCPHATEL, ¢ JOCTATOIHON
TOYHOCTEI0. [loyueHHbIe Pe3yIbTaThl MOTYT GLITEH HCIIOML30BAHEI IIPH COBEPIIICHCTBOBAHIH Me-
TOAWKH ACCIETOBAHNSA YACTILHOH DICKTPOIIPOBOIHOCTY MOJEILHEIX 1 IIPOMEIIILIEHHO BEITLYCKAC-
MBIX ITACTHYIHBIX CMA30YHBIX MATEPUAIOB, B TOM YHCIE ¢ TOKOIIPOBOAAIIMY IPHCATKAMH.

Kmo4deBbie croBa: U3MepuTeIbHAS TEPMOSUeKa; YASTbHAA BIeKTPOIPOBOTHOCT; ILIACTIAY-
HBIU CMa30YHBIA MATEPUAT; YITIEPOAHEIC HAHOCTPYKTYPEL,

STUDY OF THE ELECTROPHYSICAL CHARACTERISTICS OF PLASTIC LUBRICANTS
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Actively developing electric automobile transport assumes the creation of conductive lubricants. We pres-
ent a setup designed to study the electrophysical properties of industrially produced and model plastic lu-
bricants, as well as the samples of a similar consistency. The setup operates within the current frequency
range from 0.1 to 1 kHz and includes a temperature-controlled measuring cell that allows changes in the
sample thickness and temperature in the range from 20 to 120°C. A method for determination of cur-
rent-voltage characteristics with subsequent calculation of the specific electrical conductivity is proposed.
The specific electrical conductivity of model plastic lubricants based on medical vaseline added with car-
bon nanostructures (few-layer graphite fragments and their modified analogs) was studied using the de-
veloped setup. Vaseline was used as a base model lubricant, since its rheological properties are similar to
that of plastic lubricants and it does not contain any additional additives that can affect the measurement
result. The electrically conductive properties of the dispersions of carbon nanostructures and their modi-
fied analogs in vaseline were analyzed. It is shown that the introduction of carbon nanostructures into di-
electric vaseline turns it into an electrically conductive material. The developed setup makes it possible to
study the specific electrical conductivity of systems simulating plastic lubricants with a sufficient accuracy.
The results obtained can be used to improve the methodology for studying the specific electrical conductiv-
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ity of model and industrially produced plastic lubricants, including those with conductive additives.

Keywords: measuring temperature-controlled cell; specific electrical conductivity; plastic lubricant; car-

bon nanostructures.

Beenenne

B nocnennee Bpemsa snexkTpoMo6miIH [OIy4a0T
BCe 6osplilee pacupoCTPAHEHHE, YEMY CIIOCOGCTBYIOT
r700aIbHBIN SHEPTETUYECKUN KPU3UC, HEYKIOHHOE
COKpAIeHNe 3aIIACOB HEBO300OHOBISEMbBIX HCKOIA-
€MbIX WCTOYHHKOB SHEPTWHM U 3arpA3HEHHEe aTMo-
chepnl BBIXJIONHLIMU Ia3aMyd OT TPAHCIIOPTHBIX
CpeiCTB ¢ TPAAMIIMOHHLIMY JBUIATEISMU BHYTPEH-
Hero cropauwms [1 — 5].

IInacruunnie cmasounsie marepmansr (IICM)
ucnoasdyorea B 80 — 90 % Bcex Bpamamoimuxcd 4ac-
Ted aBTOMO6GUIA (CHIIOBBIX arperarax, KOJIECHBIX
MOAIUITHUKAX, maccy u ap.) [6]. IlpakTuka noxasa-
Jia, 9TO IPUMEHEHHE [IPOMBIILIEHHO BBIILYCKAEMbIX
CMA30YHBIX MATEPHUAJIOB B BIEKTPOMOGHIAX HEBO3-
MOKHO 6€3 OITHMHU3AUKMY UX COCTABOB. JTO CBA3AHO
¢ 6ojiee BBICOKMMH CKOPOCTAMH BPAICHUA DJIEMEH-
TOB MEXaHWYECKHUX YACTEH, CYIIeCTBEHHO GOIBbIIHU-
MM HATPY3KaMH, TEMIEPATYPAMH U 3JIEKTPHIECKH-
Mu ToKamu [1].

Korma manpssxenue Mexay TOKOIIPOBOIAIIHAMU
[MOBEPXHOCTSMH MIPEBBIIIAET U30TUPYIOIILYIO CII0CO6-
HOCTh CMA30YHOM IUIEHKH, BO3HUKAKT BUXPEBbHIE
TOKM W SIEKTPUYECKHE paspax — mpobou [7, 8].
Wzonupyromasn crioco6HOCTS CMA309HOM ILIEHKH 34-
BHUCHT OT €€ TOJIIUHBI ¥ HANIPSKEHHOCTH I10JIA TIPO-
60s1 cmasgu. YroObl LpesOTBPATHTL HApACTAHUE
HAIIPSIKEHUA HA CMA30YHOHM IUIEHKe W paspylleHue
IMOBEPXHOCTH I1apbl TPEHHSA, HEOOXOIWMO HKCIIOh-
30Barh Toxonpoeogsamue [ICM [9 - 11].

B xkawecTtBe oCHOBBI Ij1d CO3HAHUA BIEKTPO-
MPOBOAAIIAX MATEPHUAIOB IPUMEHAT HAHOYACTH-
Ibl, B TOM YHCI€ YIJIEPOJHBIE HAHOCTPYKTYPHI
(YHC) [1, 11 - 13]. Bmecre ¢ Tem craHmapThl Wi

2
N
A é}[
y 3 ) —
—

Puc. 1. OxBuBaneHTHAT 3IEKTPUYECKAT CXeMa YCTAHOBKH:
1 — HU3KOYACTOTHBIN TeHepaTop CUTHANOB; £ — MIJLINAM-
TIepMeTp; 3 — BOIBTMETP; 4 — H3MepuTeIbHAT TIeHKa

Fig. 1. Equivalent electrical circuit of the setup: I — low-
frequency signal generator; 2 — milliammeter; 3 — volt-
meter; 4 — measuring cell

YTBEPHEIACHHbIE METOAbI UCIILITAHUN AJI OIIpenesie-
HHSA IIEKTPO(PU3UIECKUX XAPAKTEPUCTUE TOKOIIPO-
pogamux [ICM (OTHOCHTENBHOM MHIIEKTPHUIECKON
OPOHUIIAEMOCTH, YAEIBHOU 3DIIEKTPOIIPOBOAHOCTH,
HAIPAKEHHOCTH ToJid pobos) orcyrersyror [10].
3aMeruM, UYTO B CiIydae HHU3KOBA3KHX Cpef
HCIOJIb3YIOT W3MEPUTENBHYI0 SYeUKYy U METOAUKY
orpeneseHus yI[eJII:HOfI SJIEKTPOIIPOBOAHOCTH [JI
BOJHBIX PACTBOPOB diexrponuros [14, 15]. Oguaro
paspemamonas crocofHOCTh TAKOU SYeHKH Orpa-
HUYEHA 3HAYCHUAMH KHHEMATHIECKOU BA3KOCTHU
(me 6omee 0,1 m?/c) m Temmeparypou (mo 85 °C). Has
W3MepeHun yIOeIbHOH siekrpouposoguoctu [ICM
HofO0HY0 SYeHKy LIPHUMEHATH HEeeaecoo0pasHo,
nockonbRy Basgocrs [ICM 3HAYHWTENBHO HPEBEI-
LIAeT BA3KOCTL PACTBOPOB IEKTPONHUTOB. TBEpabIe
KOMIIO3UIHMOHHBIE MATEPUANIbl HCCIELYIOT C IO-
MOIIBIO IE(POBOr0 MOCTA IEPEMEHHOT0 TOKA C 9ac-
rorou 1000 'ty [16]. B sTom cimygyae ucmonbayor 06-
pPasibl ONPEeeSeHHOH (PUKCHPOBAHHON TOJIIHHEL.
Taxoit moaxox msa [ICM Takxe He IPUTOEH.

Ilens paborsr — uccinepoBanue siueRTPopusude-
cknx xaparrepuctuk [ICM ¢ ToKompoBOgAmIUMU
[PUCATKAME C IIOMOIIBI) YCTAHOBKY C M3MEPUTEIh-
HOU AYeWKOM, II03BOJIAIOIEN BAPBUPOBATH TOJIIIIH-
HY ¥ TeMIeparypy o6pasios.

Marepuanni, METOHKA, 000OPYAOBAHHAE

HcnonnzoBanu ycraHoBKy, ROTOpAs BRIOYAIIA:
HHU3KOYACTOTHBIA TreHeparop curHamoB ['3-112/1
(paboure yCiOBHMA SKCILIyATAIIMH: TeMIleparypa —
-10 ... 50 °C, orHOCHTENbHAA BIAKHOCTH BO3LYyXa —
no 80 %, armocteproe masienme — 450 — 800 mm
PT. CT.), ABA YHUBEPCAIBHBIX MUQPPOBHIX BOJIBTMET-
pa B7-35 (ommm pa6oran B pexmMme BOJBTMETPA,
IPYTOU — B PEKHMe MHJUIHAMIIEPMETPa) U OPUTH-
HAJIBHYI U3MEPHUTEIbHYI0 TepMoadenry (puc. 1, 2).
HranasoHpl U3MEePeHHH U OTHOCUTEIBHBIE IIOTPell-
HOCTH 3JIEMEHTOB JIEKTPUIECKOUN CXEMBbI yCTAHOBKYU
npusegensl B tabiune (f, — yCTaHOBIEHHOE IO
[IIKAJIe 3HAYEHWEe YACTOTHI B TepIiax).

B ocHoBanue uzmepurTesbHOU SYEHKHU ITOMeEIa-
JIA W3MEPHUTEIbHBIE DJIeKTPOALL, BBLIIOIHEHHBIE U3
HepiRaBened cranu. [lnomans RaEI0r0 DIEKTPO-
na cocrasnana 78,5 mm?. Huskaui snmekrpos w3omm-
poBanu ropormacroBod BeraBkoi. (CoocHOCTB
SJIIEKTPONOB perynupoBaiu BuHTamu. Toimuny 3a-
30pa MY H3MEDPUTEILHBIME DJIEeKTPOLAMH yCTa-
HABJIMBAJIY C [IOMOLILI0 MUKpoMeTpa. Harper aueii-
ku (o 120 °C) ocyiiecTBIAIN ¢ IIOMOIILI0 HATPEBA-
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tensa. HarpeparenbHbIH 5JIEeMEHT € BIEKTPOHHOU
CHCTEMOU TEePMOPEry/IALUY II03BOJLI IIOAAEPIKH-
BaTh TEMIIEpATypPy B M3MEPUTEIbHOM A9elKe ¢ TOY-
nocroio +0,5 °C,

TepMosAueliky TECTHPOBAIM CTAHAAPTOM BJEK-
TpoupoBogHOoCcTH — pacrBopom siaerrponura KCl
(npowmseoxcrso CIIMA) — opu temmeparype 25 °C.
YcmoBus paborel craHmapra: temmeparypa — 0 —
31 °C, guanasoH yAeIbHOU 3JIeKTPOIPOBOJHOCTH —
0,064 — 0,094 mCw/cm.

Yro6bI HCKIFOYATE BRJIA] TPAHUIHBIX 3 PeKTOB
HA DIIEKTPOAAX, HA PUC. 3 PECTABICHDI JINHEUHDIE
YYAaCTKH KaauOpPOBOYHBIX KPUBBIX BOJIBT-AMIIEPHBIX
xapaxrepuctuk (BAX) mua cranpgapra KCl npu pas-
HBIX TOJIIUHAX 06pasIioB. YIeIBHYI 3JI€KTPOIPO-
BOAHOCTH PACCIUTEHIBAIH 10 (hopmyie

_1
°7S Ry

rae S — IUIoIaah SAEKTPOAA; [ — paccTOAHUE M-
ay saerTpofgavu; Rpax — COIPOTHBIICHWE STAJIOH-
HOTO pacTBOpa Ha JuHEeHHOM yyactke BAX.

Pacuer mmmenanca He TPOBOAMIIN, HMOCKOIBEY:
1) mporiecchl TpeHUs B HOINANTHUKAX KAYEHUS OITH-
CHIBAKOTCA TEOPHEH THAPOJUHAMUYIECKON CMAa3KH,
9TO MAKCHUMAJIBHO YBEJIUIHUBAET €MKOCTHYIO COCTaB-
JISIONIYI0 KOMIUIEKCHOTO IIOKA3aTead SiIeKTpHUde-
CKOTO CONPOTHBJICHHSA, HEOOXOMUMYIO I pPacdeTra
HMIIEAAHCA; 2) TOJNIIHUHA HCCIeNyeMbIXx 06pasios
npesbiiaer 0,1 MM, 9TO TakKe XapakTepHO IJsd
THUAPOIUHAMUYIECKOTO PEKUMA TPEHHUS; 3) UMIEIAHC
HaYuHAeT paboTars Py TONIIHUHE CMA30IHOTO CJIOA
0,01 MM u MeHee U TOJLKO B METareproBOM Aualia-
30HE Y4CTOTHI TOKA, B AAHHOM CIy4yae HCIIOIb30BAa-
ek ropasno 6omee auskue gacrorsl (0,1 — 1 k'),

B ragecrse mpucamox yriepogHOT0 HAHOCTPYK-
TYPHPOBAHHOTO MATEPHAJIA HCIIOJb30BAIH MAJO-
cnoniabie rpagurossie gparventsr (MI'®P) um umx
asor-gonuposanusie (N-MI'®) u oxucrenusie (O-
MI'®) ananoru [17]. B kauecrse mogensroro IICM
NpUMeHSIn BaseauH Mmemunuuckuu (VM) maprum
JICP-005886/08-230708, rtax rarx on obmaxaer u-
sugyeckumu cBouictamu [ICM, O He comep:suT Ka-
Kux-mub0 MPUCANOK WK 3aryCTUTENeH, KOTOpbIe
MOTJIA OBbI IIOBIUATH HA PE3yJIbTaThl SKCIIEPUMEHTA

(18, 19].

Puc. 2. {dueiiva ana usMepeHHd BIEKTPIMNECKUX CBOHCTB:
1 — ocHoBaHUe; 2 — HU3MepUTENbHbIE 3IEKTPOAbI; 3 — H30-
naTop; 4 — MUKPOMETp; 5 — HaTpeBaTeIbHEBIH 37eMeHT; 6 —
perynupyoIyue BUHTHI

Fig. 2. Temperature-controlled measuring cell: I — base;
2 — measuring electrodes; 3 — insulator; 4 — micrometer;
5 — heating element; 6 — adjusting screws

O6cy:kaeHne pe3yasLTATOB

BAX 06pasiioB usmepsaorcs B KOHTPOIUPYEMBIX
¥ BOCIIPOM3BOIMMBIX YCIOBHAX (4ACTOTA TOKA, HA-
[pAKeHMe, TEeMIIePaTypa, TOJAIuHA 00pasmna, KOH-
menrparua YHC).

Onpepenenne BAX w mocimepymoiuii pacder
YAEIbHOU 3JIEKTPUIECKOH [IPOBOJUMOCTH IIPOMBIIII-
senno BoiryckaeMmbrx IICM u ux mopeneii, B ToM
qucie ¢ JUCIEePCUSAME TOKOIPOBOAAIINX IIPHUCALOK,
MIPOBOJMJIN B CTATHUEE. JTO 00€CIIeYnBAIO CTAGHIE-
HOe 00pa30BaHHE CMA30YHOU ILIEHKH I[IOCTOSHHOU
rosuabl. O6pasipl PasIuIHON TOIIUHBI T0Jy4da-
JIM 33 CYeT PEeryJjupoBAaHUA MHUKPOMETpoM (rmar —
0,01 mm).

Ha pwuc. 4 npusenensr BAX mna mucnepcuii
VM/MI'® ¢ pasiaudHbIM COAEpIRAHHEM HAHOYyIJIe-
pozeoro rommonenTa. Ha ux ocHOBe paccuurtsiBaiu
VIEIbHYIO 3IeKTpornpoBogHocTs cucrem [ICM/YHC
npu Hanpssgenuax 1 u 2 B (puc. 5).

JarjIroYeHue

Taxum o6paszom, paspaboraHHas SKCHEPHUMEH-
TAJAbHAS YCTAHOBKA, BKIIOYAIOIIAH OPUTHMHAILHYIO
U3MEPUTENBHYIO TEPMOAIEHKY, HU3KOYACTOTHBIN Te-

I[I/Ial'IaE}OHBI I/IBMepeHI/Iﬁ U OTHOCHUTENBbHBIE IIOT'PEITHOCTH 3JIEMEHTOB SJIeKTpI/I‘{eCKOﬁ CXeMbl YCTaHOBKN

Ranges of measurement and relative errors of the elements of the electrical circuit of the developed setup

DIeMeHT YCTAHOBEN

Jnanason usMepenni

OraocuTensHan OOTPEeMIHOCTD, %

Temeparop curmamos I'3-112/1

YHUBepCATLHBIN U POBOH
BonbT™MeTp B7-35

Yacrora — 10 — 107 I'g
Tlepemennsiii Toxk — 107 - 10 A

Hampsaxenue nepementoro Toka — 104 - 103 B

2 + (30/f,)
0,4-3,0
0,4-0,8
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Puc. 3. KanuGposounnie kpussle BAX nna crangapra KCl mpu pasiudHBIX TeMIepaTypax | PACCTOSHIAX MEKLY SIEKTPOLAMU
(Tonmuuax ob6pasma) 0,3 (1), 0,5 (2) u 0,75 mm (3) (wacTora Toka — 100 I'p)

Fig. 3. Calibration curves for KCl standard at different temperatures and distances between electrodes (sample thickness)

0.3 (1), 0.5 (2), 0.75 mm (3) (current frequency — 100 Hz)
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Puc. 4. Bonsr-aMuepHbie XapakKTepPUCTUKN AJIA AUCIEPCUI
VM/MI'® ¢ pasnudHBIM COLEP/KAHMEM HAHOYIIIEPOIHOTO
kommorenTa MI'® (gactora Toka — 100 I'ty, TemmepaTtypa —
22 °C, ronmuna obpasma — 0,1 Mmm)

Fig. 4. Current-voltage characteristics (CVC) of VM/MGF
dispersions with different content of the nanocarbon compo-
nent MGF (current frequency — 100 Hz, temperature —
22°C, sample thickness — 0.1 mm)

HEepaTop CHUTHAJIOB, MIJLIMAMIIEPMET] M BOJIBTMET],
[I03BOJISIET KCCIE0BATh HIEKTPOU3NIECKHe CBOU-
crea IICM, pgommposaunusix YHC, u apyrux o6pas-
0B AHAJOTMYHON KOHCHCTEHITUH IIPH Pa3IHIHBIX
MX TOJIWHAX ¥ Temieparypax. [Ipexcrasiena me-
topuka onpenenenua BAX ¢ manpHeUumM pacaerom
VOEIBbHOM SIEKTPOIPOBOJHOCTH AHAIU3UPYEMBIX
marepuanoB. [lokaszano, 4To MoO[enbHAA ILJIACTHUY-
Had cMaska (MemuIMHCKHMU BaseluH), He o0ianarwo-
as BIEKTPOIIPOBOASIIAMYU CBOUCTBAMHE, CTAHOBUT-
Cf TOKOIIPOBOAAIIEN IIPHU AONHUPOBAHUU MAaJIOCIOU-
HBIME rPapUTOBBIMEU (PpPArMEHTAMHE.

duHaHCHPOBAHHUE

Pa6ora Beimonnena npu puHAHCOBOM MOAIEPE-
ke Muno6puayku PP (npoexr No FZZM-2020-0006
st UBl'Y) m IBaHOBCKOTO TOCYZapCTBEHHOIO YHU-
BepcuTera (rpant Ne 24-21-]1).
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Puc. 5. YagenbHasa smeKTpudecKas IPOBOSUMOCTL 0 CHCTEM
Ha ocHoBe VM c¢ nobGaskoit 0,5 % macc. MI'®, N-MI'® u
O-MTI'® (remneparypa — 22 °C)

Fig. 5. Specific electrical conductivity of dispersions based
on VM added with 0.5 %wt. of MGE, N-MGE, O-MGF (tem-
perature — 22°C)
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PAJTMAITMOHHBLIN KOHTPOJIL 3ATOTOBOK,
BBIIIOJTHEHHBIX IO AJTUTUBHOM TEXHOJIOTHH,
METO/IOM IIHSPOBOU PATUOTPA®HUH

© Haraasa AnekcanapoBHa Muxaiinosa®, Exarepuna BanoBHa
Kocapunua, Anekcauap AnexkcanapoBud [lemunos,
ITaBen Baagumuporua CyBopoB
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IIpu mpousBOACTBE UIETUN OTBETCTBEHHOTO HASHAUCHUS YACTO UCIIONb3YIOT ANTUTUBHEIC TeX-
HOJIOTHH, 4 UIMEHHO celeKTuBHOoe Jazepuoe crnapaenue (CJIC). Buecte ¢ Tem mponece CJIC mo-
JKET CONPOBOKIATECS [IOABIEHUEM B H3Ie/Iun crenuduieckux nederror. B pabore mpexcrasie-
HBI Pe3yIbTATHl PATUAITAOHHOTO KOHTPOJ ABUAIIMOHHBIX 3aTOTOBOK, BLITTOIHEHHDIX [0 AflIu-
TUBHOU TEXHOJIOTUH, METOIOM IdpoBol paguorpadun. B kauectee npeobpasoBaTena peHTTe-
HOBCKOTO H3JIyUeHUs UCIIOIb30BAIN U(PPOBYIO AeTeKTOPHYI0 cucreMy. [lokasano, uro Tpagu-
[HUOHHO TPUMEHIEMEIE I KOHTPOJIA METOIBI IVICHOYHON peHTreHorpadu B caydae 00LeKTOB
ABWAIMOHHON TeXHUKN He Beerna sdyextusunl. Meton mudposoii paguorpadun, HAIPOTHB,
naubonee agexparer. CpaBHeHUE Pe3y/IbTATOB ITU(POBOI patuorpadguu ¢ TPATUIIMOHHON PEHT-
reHorpadueii BBIIBIIO, YTO BPeMEHHLIE 3aTPAThI HA PAJIUAIMOHHEIN KOHTPOIDL IPHA UCIIOIb30-
BaHWM aBTOMATH3UPOBAHHOTO MAHUILY/IATOPA CYIIECTBEHHO CHIKAIOTC, TIPU HTOM TIPOU3BOIH-
TEJIBHOCTh KOHTPOJIA Pesko BozpacTaeT. [lomydeHHbIe pe3yIbTaThl MOTYT GBITH UCITOIH30BAHDI
TIPH COBEPIIICHCTBOBAHUN METOIUKN PATUAITHOHHOTO KOHTPOA 00LEKTOB ABUAITMOHHON TeXHU-
KU, H3TOTOBICHHBIX ¢ TIOMOIIBIO0 AITUTUBHBIX TEXHOIOTHIMA.

KmogeBbie caoBa: aIIuTUBHBIC TEXHOJIOTHAT, CEICKTUBHOE Ja3ePHOE CILTABICHUE, PAIUalty-
OHHEIH Hepa3pyIIAOHi KOHTPOIE; IA(POBas pafuorpadus.

RADIATION CONTROL OF BLANKS MANUFACTURED
USING ADDITIVE TECHNOLOGY BY DIGITAL RADIOGRAPHY

© Natalya A. Mikhaylova®*, Ekaterina 1. Kosarina,
Aleksandr A. Demidov, Pavel V. Suvorov

NRC “Kurchatov Institute” — VIAM, 17, ul. Radio, Moscow, 105005, Russia; e-mail: admin@viam.ru
Received May 23, 2022. Revised July 11, 2022. Accepted August 16, 2022.

Additive technologies, namely selective laser melting (SLM), are often used in manufacturing products of
critical duty. At the same time, the SLM process may be accompanied by the appearance of specific defects
in the product. We present the results of radiation monitoring of aviation blanks manufactures using addi-
tive technology by digital radiography. A digital detector system was used as an X-ray converter. It is
shown that the methods of film radiography traditionally used for control in the case of aircraft objects are
not always effective. The method of digital radiography, on the contrary, is the most adequate. Comparison
of the results of digital radiography with data of traditional radiography revealed that the time spent on
radiation monitoring when using an automated manipulator is significantly reduced, while the monitor-
ing performance increases dramatically. The results obtained can be used to improve the methods of radia-
tion monitoring of aircraft objects manufactured using additive technologies.

Keywords: additive technologies; selection laser melting; radiation non-destructive testing; digital radi-

ography.
Beenenne JIUH, TAK ¥ IIPU DPOBEIEHUYN Hepas3pyIIaInero KoH-
JLf s
OjHa U3 aKTyaIbHBIX 34724 B [IPOU3BOJCTEE H3- TposIA Mx Kadecrsa [1, 2].
e OTBETCTBEHHOTO HA3HAYEHHSS, B YACTHOCTH Ilpu npousBojcTBE TAKMX M3JENMH HACTO HKC-
ABHANMOHHOA TEeXHUKH, — BHEJPEHHE MUPPOBBIX HONB3YIOT AOJUTUBHBIE TEXHOJIOTHH, HAIPUMED, Ce-

TEXHOJIOTUU KAk IIPH CO3JaHWHM COOCTBEHHO H3[e- nexruBHOE jasepuoe crasiaenue (CJIC). B mpornec-
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ce CJIC B ocoboit kamepe TOHKUE CIIOU PACIIBLICHHO-
I'0 MEJKOTO MEeTAJUIMIECKOTO OPOIIKA C IOMOIIBI0
MEXAHUYIECKOTO YCTPOUCTBA PACIPENENIAOTCI HA
IUIACTHHY IIO[JIO}KKHY, IIEPEMEIIAoIIyI0C B BEPTH-
KAJIbHOM HAIIPABJIEHUU. B ropu3oHTAIBHON ILIOCKO-
CTH Ja3ePHBIM Jyd pacIuIaBjisgeT HAHECEHHBIM Ha
HOJIOKKY CI0M mopomka. Tak dopmupyercs ciaou
3a caoeM, MoKa AeTans He Gymer roroea [3].

Meromom CJIC, ucmonb3yronuM MOITHBIE Jase-
PBL IS CO3JAHHA TPEXMEPHBIX OOBEKTOB, MOMKHO
[0JIy4aTh KOHCTPYKIWHU IIEPEMEHHOU TOJIIUHBL U
CJIO3KHOI BHyTpeHHeU reomerpuu [4 — 6]. IIpu sTom
CJIC-TexHonOTMA IpAKTUYECKH HE TpeOyeT TexHO-
JIoTH4eckoy ocHacrru [7, 8] m orimuaerca cuepy-
OLIKMY JOCTOMHCTBAMU:

BeIX0 rogHoro pocruraer 100 %;

[POJOJIKUTEILHOCTh U3TOTOBIEHUA CYII[eCTBEH-
HO COKpAalaercsH,;

3HAYUTENBHO IIOBBIAETCH Kod(hunmenr wc-
[I0JIb30BAHUA MATEPHAIA.

OrmernM, 9TO OPOLECC IUIABIEHUA IIOPOLIKO-
06pa3HOM Cpebl KOHIIEHTPHUPOBAHHBIM JIA3€POM MO-
JKET IPUBOAUTH K MHUKDPOCTPYKTYPHBIM Hederram,
HETATHBHO BIHMAKINUM HA OOIIYI (PYHKIIHOHAIH-
HOCTH U IPOYHOCTE U3TOTABINBAEMON IETAIIH,

TpagunuoHHO HA IIPOW3BOACTBE IIPUMEHIIOT
pPaguanMoOHHBIM HEPAa3pYIIAIINUE KOHTPOIb 3aTo-
TOBOK, 0COOEHHO €r0 PEeHTIeHOrpa(puIecKu MeTox
¢ IpuUMeHeHHeM papuorpaduaeckod reHgu. [lpu
perrrenorpaguaeckom kourpone (PK) muadopwva-
nusi popMEpyeTca CHAYaIa B BHAE PAAHALKOH-
HOTO M300pasKeHus, 3aTeM Ipeobpasyerci B OLTHIe-
croe m3obpaskenme — paguorpauUUIecKuii CHUMOK
(B obomux cayuasx u306paskeHus — aHAIOTOBBIN CHUT-
uai). Buecre ¢ rem ucnonnzoBanue nudpoBLIX TEX-
monorusi B PR xapakrepusyerca psgoM mpeumy-
LIeCTB: Iepejadya U coxpaHeHnwe wmHpopMaruu 6e3
WCKAMKEeHUA, HUCKIOYEHHNE JI0POTOCTOSIIEeNd pPaLuo-
rpau9ecKou IIJIEHKHN U3 [IPOLecca KOHTPOIIA.

Hua peranedl agfgWTHUBHOIO IIPOM3BOACTBA Xa-
pakTepHbl coeruguaecKkre AeeKThl MaTepuasa,
OTJIMYAOIIHECH OT TeX, YTO IIOABIIAITCH IIPU LIPOU3-
BOJACTBE H3JeJHUHA 110 TPAAULMOHHBIM TEXHOIOTHAM
[2, 9]. TIo »sTo¥i npuvyuHe MeTOH ILUIEHOYHOH PaHo-
rpacuu, 06LIMHO IIPUMEHSEMbIN IIPX KOHTPOJIE OT-
JIMBOK CIIOKHOM (hopMBL, HE3((PeKTHBEH.

ITenp paboTbl — KOHTPOJIB AETAIEH CO CIOKHOM
BHYTPEHHEHN CTPYKTYpOM, H3TOTOBJEHHBIX C IIO-
MOIIBIO AJANTUBHBIX TEXHOJIOTHU, METOLOM LU po-
BOU papuorpagumu.

Marepuanni, METOIUKA, 000PYIOBAHHAE

PK ¢ npumenennemM mieHOYHBIX CHCTEM HeTEp-
MUHHPOBAH HA BCEX €r0 HTANAX: OT BBIOOPA CXEMBbI,
PEKHEMOB M NapaMeTpoB [0 OXHUAAEMBIX DPe3yJib-
raToB. Kaygqpii sTan periiaMeHTupoOBaH HOPMATHB-
HbpIvMH JoRyMeHTaMu. QTCyTCTBHE HOPMATHBHO-TEX-

HUYECKOM JOKYMEHTAIWHY B CIy4ae HePas3pylIaoIe-
0 KOHTPOIAA MeromoM Iu(ppoBoi pazuorpaduu
Tpefyer pa3pabOTKH TEXHOIOTHH, 00eCIIeIUBAIOIIEH
rapaHTUPOBAHHOE OGHADPYKEHHE HEeIOIYCTHUMbBIX
neexrTos.

B saroroerax, Bpmonmennbix meromom CJIC,
MOTYT BO3HHKATHh Ae()eKThI B BHJE [OPUCTOCTH
(mukpomopucroctu) [6, 8]. ITopucrocts Mmosxer dop-
MUPOBATHCA BCJIEACTBUE YCAAKU W/WIKA Ta30BbIfe-
JIEHUS [PH EPUCTAIUIH3AIMY, HEOITUMAIbHBIX a-
paMeTPOB CUHTE33a, BIAKHOCTH WK 3arpA3HEHUSA
METAJLIONOPOIIKOBOM KOMIIO3HIIMK WM TEXHOJO-
riugeckod cpeabl. Kak npasuio, nopsl uMerT 06b-
E€MHBIM Xapakrep, UX pasMepbl HAXOHATCA B Ipe-
[eJ1aX OT THICAYHBIX J0JIed MUJLIUMETPA A0 €JIMHHUII
MUJLTAMETPOE,

O6pazoBanne Tagux me()eKTOB, KAK TPEIHHEI,
00yCIIOBIEHO TEPMOAe(POPMANMOHHBIMU U (PU3UKO-
XUMHYIECKHUMH [IPOLECCAMU IpH cuHTe3e. T peniunsl,
posumkarporue npu CJIC, manpumep, cramed cuc-
rembl Fe — Cr — Ni, 3agacryio HOCAT MeK3epeHHBIN
XapaKTep W MOIyT PACIOIATaThCs KAK HA IIOBEpPX-
HOCTH, Tak U BHyTpu Merasuia. OObIMHO pacKphITHE
TpeluH npu cBapke (cuHTese) u Tepmoobpaborke
[POUCXOAUT B ILUIOCKOCTH, HEPIEeHIUKYIAPHON Jd-
HUU CILTABJICHUS,

Hapyiienus wiu OTKIOHEHUS NAPAMETPOB CUH-
TE3a 0T ONTHMAIBHBIX MOTYT IIPUBOJAUTEL K 06paszo-
BAHUIO HECILIABIeHUN (IIOCKOCTHBIX U O0beMHBIX).
Kpowme toro, napymenus rexuaomoruun CJIC u Hexop-
pekTHas pabora 060pyIOBAHUS MOTYT TAKKE BHI3bI-
BATH Je(PeKThl MOBEPXHOCTH PA3IHIHON MOpPgoI0-
v (I1epOX0BATOCTh, CMEIIEHUE CII0EB U AP.).

Meraindeckre ¥ HEMeTAILINYeCKHe BKIKOYe-
HUSA BO3HUKAIOT W3-34 [ONAJAHUSA B 30HY CILUIABIIE-
HUS 9ACTUL] UHCTPYMEHTA (BHIPABHUBAIOIIETO HOMKA
¥ 7p.), CIIEYEHHOr0 IIOPOINKa (OCTABIIErOCId B Me-
TAJJIONOPOIIKOBON KOMIIO3UIMU [PU €€ ILIOXOM
[POCEUBAHKY) U METAJLIONOPOIIKOBON KOMIIO3HUIUN
ApYroro cocraBa (COXPAHUBIIEUCA B IOJOCTAX H
YACTAX YCTAHOBKH JUIS CHHTe3a). BRioueHus mme-
0T 06 BEMHBIN XapaxTep.

TepmonedopManpoHEbIe TPONECCHI HPH  KPU-
CTAJLIN3ANNY, HEOIITUMABHOE PACIIOIOKEeHNe 3ar0-
TOBKU HA ILUIATE TOCTPOEHUS, HEAOCTATOYHOE KOJIU-
YECTBO WM OTCYTCTBHE MOAJEPKUBAMIIUX CTPYEK-
Typ, Hapymenue rtexaonoruun CJIC moryr npuso-
IUTH K MCKAKEHUIO KOH(DUIYPALUU JETAIN C HAPY-
LIEHHWEM €€ FeOMEeTPUIECKHUX Pa3MepoB.

3acopeHre BHYTPEHHHX IIOJIOCTEH [ETATH 3a-
TOTOBKM HECIUIABJIEHHBIM, CIEYEHHBIM I[IOPOLIKOM,
[IOCTOPOHHUME IIPEAMETAMU, HAIPUMED, CTPYKKOM
WY TPOBOJIOKOU, MOKET BO3HUKATHL IIPU HApyIIe-
HUP TEXHOJIOTMH OYUCTKHA BHYTPEHHUX IIOJIOCTeH
mepen TepMoo6paGoOTKOM WM TPH HECOOIIoneHun
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Puc. 1. Jerexrop Varex XRD 1621 ANES
Fig. 1. A Varex XRD 1621 ANES detector

PEKOMEHAAIMHA 10 YAAIEHHUIO MMOANEPIKEK U IIOCT-
06paboTKe 3ar0TOBKH.

Samernm, uro rpewmmusl npu CJIC dopmuupy-
OTCHd B IUIOCKOCTH, IEePHeHAUKYJISPHON JIHHUN
ciiasnenusn. CregoBaTebHO, OPUEHTALIUS OCH ILyd-
Ka W3JIyYeHUs [IEePIeHUKYIAPHO IIIOCKOCTH 00beK-
ta kourpons (OK) 6ymer conocoberBoBars ux obHa-
pysxeruso. IIpu meponycruvocru B OR Tpemun me-
J1ec000PA3HO IIPUMEHATH PAAUALMOHHLIA Hepaspy-
IIAOIUYA KOHTPOJIb.

B mpomecce masepHOoro cruiaBiieHus ILUIOCKAS
gacte OK mmapwmo menser tommuuy (or ~1,0 mo
0,4 mvm). Ilpm 5TOM MOBEPXHOCTH B Pe3yabTaTe
CILIABJIEHHS IIOPOLIKA HEPOBHAM, €€ CIyJalHbIe KO-
e6aHuA COCTABIAKT OT TBICAIHBIX 0 IECATHIX
goier MwutmMmerpa, T.e. mceiaeayembii OK umeer

5 ———————p I u II skcriozmmm

- S .

BBICOKMU ypoBeHL cobcrBennoro mryma. Eciau B Ta-
KOM 00BEKTE CONEPIRUTC NeeKT 1 ero pasMmepsl co-
HU3MEepPHuMBI C KOJIe6aHI/IHMI/I IIOBEPXHOCTH, TO OH HE
MOsEeT 6BITH OGHAPYIKEH TPALUIIMOHHBIM PEHTIEHO-
rpaugeckuM CIroco60M, HECMOTPS HA BBICOKYIO
Pa3pelanIIy0 ClIOCOBHOCTL M BHICOKUU T'DAJMEHT
HCIOJIb3yeMOM PAAUOTrPAPUIeCKOi IUICHKH,

PeHTreHOBCKMU KOHTDOJb 34r0TOBOK IIPOBO-
IuIM MeTonoM IupoBou paguorpaduu ¢ HUCIOIb-
3oBanmeM nudposon gerekropHou cucremsl (I1J1C)
Varex XRD 1621 ANES. C nomorrsio riudg)posou pa-
guorpauu moaydany yBeNHYeHHOe H306pakeHue
OR, ananus ROTOPOTO IMO3BOJIAN PA3LEINUTH 4BA CILy-
JadHbIX curaaia: gedext u cobecrsenunii mym OK.

ITudposori MaTPUYHBIA AETEKTOD PEHTTEHOB-
croro wmanydenws (pwc. 1), mocTpoeHHBI Ha 6Gasze
16-grofimoBoro ceHcopa wm3 aMOpP(HOrO KpPeMHUS,
paforan Kak ABYMEpPHBIA (POTOIHUONHBIA MACCHE.
ITudposas mnamens mererxropa (pasmep 409,6 X
X 409,6 mm) comepskama 2048 X 2048 nurcenen
(pasmep mmkcens — 200 mxm) [9]. B ragecrBe wmc-
TOYHUKA UBIYYeHHS WCIOIb30BAIU MUKPOQOKYC-
HBIU peHTreHoBcKuY anmnapar FXE-225.48.

Ecrecreenno, ucnonpzoBars 1ud)poByH0 paguo-
rpadm0 BMECTO TPAAMIIMOHHON MOMKHO TOJBKO B
ciIy4ae, eCciii Ka4ecTBO [upOBOTO U300pakeHus He
yeTymaer KadecrBy penrtreHorpadgmaeckoro (ASTM
E2737-10).

Ha puc. 2 norasamo pacrnonoxenne OK Ha pa-
puorpagudeckor mwienke miua dersipex (I —IV) pe-
FHHUMOB OSEKCIIOHHPOBAHHUSA B COOTBETCTBHH C I[eﬁ-
CTBYIOIIMMY HOpMATHBAMU (CXeMa KOHTPOIH Ipu |
u Il skcrosunuax ogHa W TA JKE, HPU KOHTPOJE
mutuHAprdeckol vyacru (srcnosunua [V) OK moso-
paumsamoT Ha 90°).

Ty I sxcnosmma

RRERERE.
Lhbkbkd

Puc. 2. Kourpons mmockoi (o) u numnaapuieckoi (6) dacteit OK: 1 — MCTOYHUK U3IydeHus; 2 — PeHTreHOBCKOE U3TyIeHIE;
3 — OK; 4 — xaccera ¢ paguorpagdecKkol IIeHKoH (creBa — cxeMa KoHTpoun, cupasa — yrnanka OK ma xaccery ¢ paguorpa-

recKoi IWIeHKOM)

Fig. 2. Control of plane and cylindrical (b) parts of object of control: I — radiation source; 2 — X-ray emission; 3 — object of
control; 4 — cartridge with a radiographic film (left — control scheme, right — laying OK on the cartridge with a radiographic

film)
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Puc. 3. Cxema KOHTpOIA MeTOAOM IMQPOBOM paguorpa-
duu: 1 — ncrounux usnydenud; 2 — OK; 3 — moBoporHbIi
CTONNK; 4 — neTexTop; 5 — sKpaH; 6 — MOHUTOP ¢ u3obpaxe-
uuem OK

Fig. 3. Scheme of control by the method of digital radiogra-
phy: I — radiation source; 2 — object of control; 3 — rotary
little table; 4 — detector; 5 — screen; 6 — monitor with the
image of an object of control

O6cy:kaeHne pesyabTaTOB

Koppekruoiii Bpi6op pexuMoB U mapaMerpoB
nugporoi paguorpaduu HEOOXOIUM A AOCTHIKE-
Husi TpefyeMbIx 3HAYEHHU I'eOMEeTPHIECKOH Hepes-
KOCTH, KOHTPACTHON TyBCTBUTEIHLHOCTH U HOPMAJIH-
30BAHHOTO OTHOIIeHus curHan —mym [11, 21]. Ka-
gecTBo nudposoro uzobpazkenus O onpepenserca
OLTHUMAIBHLIM II0A60POM THIIA MCTOYHHKA H3ILyde-
HHS U [ETEKTOpAa, 4 TAKKE reOMeTPHIECKUX Iapa-
merpos ('OCT ISO 17636-2-2017), T.e. 3aBUCUT OT
cxeMbl KOHTposs (pasmepa (orycHoro marHa D,
PACCTOAHUYU UCTOYHUK — AETEKTOP F U UCTOYHHUK —
06BeKT f), BEIMYUHBI AHOMHOTO HANPIKEHUST, TOKA
Tpy6ku, annaparaoro yceunenus 11J[C, spemenu na-
KOIUIEHWA Kagpa, KOJIWdecTBa KaApPOB YCpPemHe-
HUSA/IPOZO/LKUTENBHOCTH HKCIIO3ULIMK i OJHOTO
n300paKeHus, TONIUHLI (PUIALTPA PEHTTEHOBCKOTO
W3JIy9eHu:.

OK ycramasnusanu Tak, 9To6bI I€HTPATBHBIN
JIyd IPOeLMPOBAJICA HA CEPEAUHY KOHTPOIUPYEMOTO
yaacrka OK wm paboueir sousr mererropa. Paswmep
KOHTPOJIAPYEMOT0 YY4aCTKA OIPEeHessica NOCTHIKe-
HHEM HEeOOXOAMMBIX 3HAYEHHUN [MApaMeTpoB Iudpo-
BOTO M300PAKEHMUS.

Ha puc. 3 npusenena cxema KOHTPOJIH METOOM
nupposoit paguorpaduu. Ormernm, YTO OTHOIIE-
Hue paccrosuuii F u f ounpemenser rosgpduiment
YBEJIWYEHHS II0J[y9aeMoro IHU(PoOBOro wuzobpaske-
uusa: M = Ff.

Tox TpyOKH OLpemeNsau HKCIePUMEHTAILHO.
YBenudeHue TOKA, C OXHOH CTOPOHBI, IPHUBOAUT K
[IOBBIIIEHUIO YPOBHSA CUTHAJA, 4 C APYTOH — K POCTY
pasmepa (POKYCHOTO IIITHA U HEPE3KOCTH u300pake-
Hus. B 9KcnepuMeHTaIbHBIX HCCAEA0BAHUAX TOK HE
npessiuai 300 MrA.

YpOoBEHD CHUTHAJA [OJDKEH JIEKATh B AUAIIA30HE
10 - 90 % or nonmoro muamnasona mererropa. C mo-
MOIIBI0 THcTOTpamMMmbl uaobpaxenus OK (pumc. 4)
urcupoBanm, 4To6sl ypoBeHs (poHA HpH BHIOpAH-

Obnacts HacsimeHN (BBIXOA THCTOTPAMMEL
3a MpefeNs! AMCKPETHOCTH B 16 but)

Puc. 4. T'ucrorpamma uzobpaskenus OK

Fig. 4. The OK image histogram

HBIX HACTPOMKAX AETEKTOPA, 3HAYEHUAX (POKYCHOIO
PACCTOSHUSA, HANIPAKEOHHUA U TOKA He YXOXWI B 06-
JIACTh HACBIIIEHUA.

IIpegsapurensuyo roppexnmoo [[JIC s BoI-
OpaHHBIX [IAPAMETPOB KOHTPOJIA IIPOBOAWIIN, BEI-
MONHASA CchaeAymmue Kaaubpopku: 1) HA Hanwgue
HEUCIPABHBIX (OUTHIX) HUKCENeH; 2) II0 TeMHOBO-
My TORy (6e3 mamydenwms); 3) mo ycuieHuio (usiry-
genue 6e3 OK). Yposens curnana or OK u dona mo-
Cjle KOPPeKIUH AOIDKEH HAXOAWUTHCA B TpefyeMom
AMAIIA30HE,

Heobxogumo yuurhiBaTh, 9T0 KAIMOPOBOYHBINA
Habop (opmupyerca B 3aBHCHMOCTH OT TEX WA
WHBIX pabodmx apaMerpoB AETEeKTOPA WM KCTOY-
muka. [lpuw wmsMeHeHwmm x0T OBI OJHOTO IIapa-
Merpa KaiaubpoBOYHBIM HAOG0p HEO6XO0ZMMO KOp-
PEKTHUPOBATH,

3aMeTHM, 9TO eCid YPOBEHb CUTHANA HA JEeTeK-
tope, coorBercrByomui OK, mexur B Tpebyemom
AMAIA30He, 4 YPOBEHb (hoHA yiien B 006JaCTh HACHI-
LIEHUH, TO CIeAyeT HPUMEHATh (PUILTP PEHTTeHOB-
cKoro mamydenwus. Jlud ymeHblneHus ypoBHA (hoHA
MO¥HO YBEIUIUTDH (i)OKycHOG paccroaHue Ui usme-
HUTh HACTPOMKH eTeKTopa (annaparHoe yCUIeHue
I BpEMS HAKOIUIEHHS Kajapa).

Cxema xoHTpOd, KoTopas miad Kaxaoro OK Bui-
6upaerci HMHINBHUAYAIBHO, MOKHA 00eCIIedmBaThH
MHUHUMAIBHY0 HEPEe3KOCTh Iu()poBOTO H300paske-
HUA. ECJII/I H3BECTHA BEJIHUYHWHA IIPEeOEeJIbHO NOIIyCTHU-
moro pedexra 8,,,, TO AOIyCTUMAA HEPE3KOCTD H30-
OpaeHH JOKHA COCTABIATE He Gosee §,,,/4.

Hnsa xosdunmenra ypenwdeHus npu KOHTPO-
Jie u3[enudl ¢ pajguAlMOHHOM TosiuHou <1,5 MM
AOJIKHO BBITOJHATHCA yCIIOBUE!:

M>25SRI" [8,0n »
rne SR{®" — 6a30Boe mpOCTPAaHCTBEHHOE pasperiie-
HEe OH(POBOTO AETEKTOPA.

Hepeskocrs 1nmdpoBoro wmsobpaskenus ompe-

AN 110 AYIUICKCHOMY HHAWKATOPY KadecCTBa
nsobpaskenus (MKHW) (I'OCT UCO 17636-2). UKU
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Puc. 5. Ilpoduns uzobpamenns nposoiok aymwiekcaoro UKU (a) u cxema onpepenenus dip (6)

Fig. 5. Image profile of duplex IQI Wires (a) and scheme of dip determination ()
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Puc. 6. 3asucumocts SNRy 0T KOIHYECTBA KaApOB YCpeX-
HEHUI

Fig. 6. SNR, dependence on the number of averaging
frames

sarperuisiiny Ha OK co cropons! ucroynuka usiyde-
HUS HA TPAHULE KOHTPOIUPYEMOH obracry.

Cocrapnsoniue mapy OpOBOJOKH, [0 KOTOPBIM
OIIPEeeIIAIA HEPE3KOCTh, HA U300DaKEeHUH I0JIKHDI
ObITH BUAHBI pasgensHo. Ilapa, y Koropoit orHOIIe-
Hue TiyOUHBI BIAAWHEL K [IMKAM Ha Ipoduie pac-
npepeseHus 3HAYeHUN ceporo (dip) CoCTABIAIO HE
Gonee 20 %, cunranach HepasnmauMou (Ha usobpa-
JKEHUU JBE NPOBOJIOKH BOCIPUHUMAIINCH KAK OJHA).
HocTurHyras BeIMYHWHA HEPE3KOCTH OIpPe[esaiach
KpaliHuM HOMepoM snemeHnTa pyiuiexcuoro MKW, y
koroporo dip 6osee 20 % (B 3TOM Cily4ae BUIHBI IBe
[POBOJIOKH pasiensHo). s pacuera dip ucnonbso-
Basu popmyay: dip = (A + B -2B)/(A + B) - 100 %.
IIpodmne wmsobpaskeHus IPOBOJIOK AYILIEKCHOTO
WKHU, cxema onpenesnenus dip v napamerpos A, B,
B npepcrasnens! Ha puc. 5.

Ecnu B pesynbrare namenenus rosgdummenta
YBEJIMYEHUS He ynaercs NOCTHUIhL TpeGyeMou Hepes-
KocTH u3obparkeHus, To ciexyer aub0 yMEHBIIUTDH
pasmep (POKYyCHOTO HATHA, JTUGO YBEJIUIUTH (POKyC-
HOE PACCTOAHUE,

Ilockonbry ams paccmarpusaemsix OK orcyr-
cTBOBaIM TPeOOBAHMA K BeIHYUHE O, IOIydHIH
CIIeIYIOIIYI0 3aBHCHMOCTD PAAHALMOHHOM TOJIIIH-
HBI, MM, i MAKCHMAJILHO AOILyCTHMOU IeOMeTpude-
CKOU Hepesrocru mazobpamenus, mv: <15 — 0,08;
1,5-4—0,1;4-8 — 0,125; 8-12 — 0,16; 12—
40 — 0,2; 40 — 120 — 0,26.

HopmanuzopanHoe OTHOIIEHHWE CHTHAI — IIyM
SNRy wusMmepsanu Ha W300paKeHUM IUIACTAH U3
CILIABA, II0 XUMHYECKOMY COCTaBY 6IM3KOMY K CIUIa-
By OK, u raroi xe romumusr (ASTM E2737-10).
Ormernm, uyro SNRy 3aBHCHAT OT KOJIMYECTBA Kal-
POB yCpeIHEHWA, TAK KAK C POCTOM YHCIA KaAPOB
CUTHAJ pacrer ObICTpEe, YeM IIIyM.

B ciygae megoctmmenus tpebyemoro sHadeHus
SNRy yBeIuauBAIA SHEPTUIO U3JLy9eHUA U/UIn KO-
JIMYECTBO KaJPOB YCPEeAHEHUA. SaBUCUMOCTE SNRy
0T KOJIMYEeCTBA KAAPOB yCPeAHEHUs [PHUBENEHA Ha
puc. 6.

3amMernM, 4TO, [IOBBIIAS SHEPIHUI0 H3JLyYeHUH,
HeoOXOAUMO CIEAUTD 3a TeM, 4T00bl curHaisl or OK
v (pOHA HE YUUIN B HACBIIIEHUE, 4 TAKKE IIPOBEPATDH
reoMeTPUIECKYI0 HEPEe3KOCTh, KOTOPAA PACTET C yBe-
nrgeHreM pasmepa (POKyCHOTO IIATHA.

ABCOIIOTHYI0O KOHTPACTHYIO YYBCTBUTEILHOCTD
oupegensau o uposomounomy HMEKHM (10FE ISO,
13FE ISO). Ee Benuwuuna paBHA aumamverpy Hau-
MEHBIIIeH BUAUMOM IIPoBOIoKH. OTMETHM, YTO Cpe-
CTBA, HCIIOJb3yeMble [l NOCTHIKEHH:T Tpebyemou
4yBCTBUTEJIBLHOCTH, T€ K€, YTO W A YBEIUICHUH

SNRy.
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3arIoYeHne

ITpumenenwne CJIC npu usroroBieHnn CIOMKHBIX
06BeKTOB 00yCiI0BIEHO G0OjIee BHICOKOU POU3BOAU-
TEJIBHOCTHI) U SKOHOMUYHOCTBIO Merona., Bmecre ¢
tem CJIC comporosEmaercs BOSHUKHOBEHUEM CITEITH-
dugeckux medexros. Ilpu wmccnemoBanuu npUIHH
BOZHHUKHOBEHHS U Xapaxrepa 5TuX aed)eKToB ycra-
HOBJIEHO, YTO HEOOXOIMMbI HOBbIE METO/bI HEPA3PY-
mraroero KouTposisa, PR ¢ npuvenennem nudposoi
paamorpadmu moKasai, 9To 5T0 Hambojee ageKBarT-
HBIA BAPHWAHT 3aMEHBI PAAUOrPAUIECKON IUIEHKH,
Bypuoe passutue I11C B 6amratimem 6ymayiiem mo-
3BOJIUT IIPAKTUYICCKHU IIOJIHOCTHIO 3aMEHUTD IJIEHOY-
HYI0 paguorpaduio Ha 1ud)pPOBYIO.

PUHAHCHPOBAHHUE, (0JIATONAPHOCTH

Pa6ora Beimonnena npu puHAHCOBOM IOAIEP-
ke Muno6puayku P® (cormamenue Ne 075-11-2021-
085) ¢ ucronpzoBanmem [IKII «Knumarmaeckue uc-

nerranua» HUWIL «KypuaroBckmii uuCTHTYT» —
BUAM.
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Ilens paboThl — BHIABICHUE IPUUWH IIPEKIESBPEMEHHOTO PaspyIIeHHs 3yObeB Kojeca Typbo-
roMipeccopa Cameron TA9000 morraocThI0 1820 KBT mocie SKCILTyaTAITHOHHOTO HATPYKCHUS
10 1,3 - 10% nurios. Buimonned agamms XUMHAYECKOTO COCTABA METAJUIA 3y0LeB U METONAME Me-
TAInorpadgu, MUKPOTBEPIOCTH U OIITHISCKOH MHKPOCKOIINN UCCIEOBAHA €T0 MUKPOCTPYKTY-
pa. HsyueH Mukpopenbed IOBEPXHOCTEH PaspyIIeHUs SKCILIYATAITHOHHBIX HU3JI0MOB € IIOMO-
IIBI0 HJICKTPOHHOH CKAHUPYIOMIEH MUKPOCKOINY. XAMWICCKAN aHAIN3 COCTaBa IIOKA3al, UTO
Mapka cranu 3y6beB — DIN 31CrMoV9 — cooTBeTCTBYeT cBeIeHUAM IPOUsBoauTeNsI. Busyans-
HEIN aHATHU3 IPENCTABIEHHEIX (PPATMEHTOR BHIABII MHOTOUHCICHHDBIE TPEIITUHEL HA ITOBEPXHO-
CTIX KOHTAKTa 3y0heR. O6HAPYReHHEIC Ha H3I0Me O0Yarl YCTAIOCTHOTO PA3pPYIICHUS SBIAI0TCT
TUIUYHBIMA 77 MHOTOIMKIOBOTO, 4 TaK:Ke TUTAITUKIOBOTO YCTAIOCTHOTO paspylieHus. B mo-
clenHeM ciiydae 00HAPYReHHEIN 0Uar IMeeT BUN «PHIBLETo IM1a3a», B IIEHTPE KOTOPOTO PACIIONOo-
EeHa 00J1aCTh CTPYKTYPHON HEOTHOPOIHOCTH ¢ BKIIOUEHUAMH U TopaMu. Paspymenne, BepodT-
HO, Pa3sBUBAIOCEH OT IIEPBOTO (hparMeHTa 3y6a K IATOMY U COIIPOBOKIAIOCH YBEIMICHIEM THCIA
0YaroB YCTATIOCTHOTO PA3pyIIeHNI, KOTOPOe, KAk U3BECTHO, CBA3AHO ¢ IIOBLIICHAEM aMILTATY LI
HanpskeHusa. Meramnorpaduieckoe HCCTeZOBAHUE ITOKA3AT0 HATWIHE IIPHUIIOBEPXHOCTHOTO
VIPOUHEHHOTO ¢1os TommuHoR 120 — 200 MM ¢ aedeRTHON CTPYRTYPOH, CBAZAHHON ¢ BBIIEIE-
HUAMH II0 TPAHUIAM 3epeH (IIpenonoxuTebHo Kapbunos (Fe, Cr);C), uto Morno 6BITE crener-
BHEM HAPYIICHUA PEKUMOB TEPMIUECKOH 06paboTKH IecTepHU. B IpHIIOBEpXHOCTHOM YIIPOU-
HEHHOM CJI0€ TIPOUCXOTIIO 06pAa30BaAHIE XPYIIKAX MEIK3CPEHHBIX TPEIIHH 110 IIOBEPXHOCTH KOH-
TAKTa, PA3BUTHE KOTOPHIX Ha BCIO TNIYOHUHY CI0S CTATIO IPHUYUHOH YMEHBIICHUS IPOIHOCTH U He-
cymielt cocobHoCTH 3y6LeB IecTepHU. BzanmvoneicTBHe BOSHUKININX TPEIIUH ¢ IPOLOILHBIMHA
MUKDPOTPEIMHAMY, 3apPOJUBIINMUCA Ha JeeKTax HeKauecTBOHHOH MeXaHHUecKol o6paboTrn
LIECTEPHH, IPUBEI0 K (DOPMUPOBAHUID OYATOB YCTAIOCTHBIX TPEINUH, PA3BATHE KOTOPBIX BBI-
3BAJTI0 OKOHIATEILHOE PA3pyIIcHNIe HECKOILKIX 3yOhEB.

KmogeBbie ciIoBa: sKCILIyaTallOHHOE pa3pyIIeHne; 3y6uaToe KoIeco; TypOOKOMIIpeccop; Ie-
crepud; dpakTorpausi; TATAIUKIOBAS YCTATOCTb.

GIGACYCLE FATIGUE OF THE TURBOCHARGER GEAR WHEEL
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The goal of the study is to elucidate the reasons for early fracture of the gear wheel teeth of a Cameron
TA9000 turbocharger (1820 kW) after an operational load up to 1. 3 X 109 cycles. The chemical composi-
tion and the microstructure of the tooth metal were studied using the methods of metallography, micro-
hardness and optical microscopy. The microrelief of fracture surfaces of operational fractures was studied
using electron scanning microscopy. Analysis of chemical composition proved the steel grade of the tooth
metal (DIN 31CrMoV9) declared by the manufacturer. Visual analysis of the fragments under study re-
vealed numerous cracks present on the tooth contact surfaces. The fatigue fracture origins detected on the
fracture surfaces are typical of high cycle and gigacycle fatigue fracture. In the latter case, the detected
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fracture looks like a “fish eye” exhibiting an area of?? structural heterogeneity with inclusions and pores
in the center. The fracture probably developed from the first tooth fragment to the fifth one being accom-
panied by an increase in the number of fatigue fracture origins known to be attributed to an increase in
the stress amplitude. Metallographic study showed the presence of a subsurface hardened layer with a
thickness of 120 — 200 pm with a defect-containing structure associated with grain-boundary precipitates
(presumably, carbides (Fe, Cr);C), which can result from violation of the modes of heat treatment of the
gear wheel. Formation of brittle intergranular cracks on the contact surface and their subsequent develop-
ment in the entire depth of the subsurface hardened layer appeared to be the reason for a decrease in the
strength and bearing capacity of the gear teeth.

Keywords: operational failure; gear wheel; turbocharger; pinion; fractography; gigacycle fatigue.

Beenenne

3y6uarsie Koseca, paborawinye B CIOMKHBIX yC-
JIOBUAX HArpPyXeHHd, ABJIATCA OTBETCTBEHHBLIMHA
DeTANAMU MHOTHMX KOHCTPYKLHE B PAa3iWYIHBIX 06-
JIACTAX TEXHUKW. B Imporecce SKCIUyaATALMH OHHU
IIoABEepPrarnTca NUKINYEeCKUM W IUHAMWYEeCKUM Ha-
Tpy3KaM, TPEHHI0 W U3HOCY, JEUCTBUID BBICOKHX
KOHTAKTHBIX HAIPSIKEHUA U BUOPALUAM, HOSTOMY
cIydyad WX aBapUMHBIX Da3pylleHUd — He pej-
kocrb, Tpynaocrs obecniedyeHus HAIEKHOCTH DTUX
AJIEMEHTOB MAllluH HU KOHCprKHI/Iﬁ CBA34aHA U C TeM,
9TO YCIOBHA CIyKOBI MPeIIIONAranT IINTEILHOe
UUKIWIECKOe HATPYKEHUE B TUTAIMKIOBOM JHAIA-
soHe (6osee 10° NUKIOB HArPYKEHHUA), IPEBLIIIAID-
eM HOPMUPOBAHHOE YUCIO [UKIOB, COOTBETCTBYO-
1iee Ipejery yCTajaoCTH.

Ananuzy npuduH aBApUIHOTO paspyiueHus 3y6-
JaThIX KOJeC IIOCBAIIIEHBbI MHOTHWE HCCIeJ0BAHUA
[1-5]. ABropsr [1] Ha ocHOBaHWM H3yJeHHS ABA-
PUUHOTO BBIXOAA W3 CTPOH BONBINOTO KOJIXIECTBA
mecreped us craned 18XT'T u 25XT'T Beigenunn
HECKOJBKO IPUYMH IIPEHIEBPEMEHHOI0 paspylie-
HHA, BHRIKNYAKXIIHUX YCTAJIOCTHOE BbIKDAIIUBAHUE
pabodnx IIOBEPXHOCTEH 3y0hEB M yCTAIOCTHOE pas-
pyuienue 3y6a npu usrube, nsHoc pabodaux moBepx-
HOCTEH W TOPIEBOM u3HOC, medopMarnui 3yOhes,
paspyllieHre BCIEACTBHE IEPEeTrpy3KH WU OTCTYILIe-
HUS OT TeXHOJIOTHY [I0BEPXHOCTHOU 06paboTKuH.

Hawubomnee pacupocrpasensasiv BUgoM paspyiie-
HHSA SBIAETCA YCTAJOCTHOE BBIKparmmBanue pabo-
YHX [OBEPXHOCTEH 3y0beB IIECTEPEH, CBA3AHHOE C
JAJIUTEJIbHBIM I[eﬁCTBI/IeM IIePpeMEeHHBbIX II0 BeIIUIHNHEe
KOHTAKTHBIX HaHpH?KeHHfI, IIoABJIEHUEM YCTaJIOoCT-
HBIX MUKDOTpPEILUH, JIOKAJIBHBIM pa3pyLleHueM —
BBIKPpAIIWBAHUEM MeETaljla H OGpaBOBaHI/IeM ITnUT-
THHIOB. ¥ CTAJIOCTHOE paspylleHve 3y0heB Ipy U3-
I‘I/I6€, BBI3BAHHOE€ II€PEeMEeHHbIMU NUKJINYeCKUMU Ha-
IPy3KaMu, COCTABIAET HAUGOJIBILYIO 00 BCEX Pas-
pyIlIeHI/Ifl, YTO BO MHOTOM CBA34aHO U C OTCTYILJICHH-
€M OT TeXHOJIOTHH ITOBEPXHOCTHOU 00paboTku 3y6n-
©B IIeCTePeH, KOTOPOoe, KPOMe TOTr0, MOJKET BLI3BATD
CHUKEHHE TBEPAOCTH I[OBEPXHOCTH KOHTAKTA, II0-
BBIIIEHHBIU U3HOC 3yOheB u ofpasoBaHue IIUTTHH-
roe. IlpekmeBpeMeHHOe pa3pyIIeHHE MOMKET OBITh
TAKKE CJIEACTBHEM HEIPABUILHOMN COOpRU 3y6uaro-
T0 COeJUHEeHUd, BI:ISI:IBaIOH.IefI IIEPEeKOChl U JTUHAMU-
4YeCKue HArPY3KHU B IIPOLIECCe DKCILULYATALIUH,

Hccnenosanme MexanusmoB paspyliinenus 3y6ua-
ThIX KOJIEC I‘aBOTypGI/IHHOI‘O ABUTATENASA W3 CTalu
20X3MB® merogamu ONTHYECKOM, CKAHUPYIOIIEH U
KOH(POKAJIILHOU JIa3€ePHOU DIEKTPOHHOU MHKPOCKO-
nuu [2] npuBeso K BBIBOAY O TOM, YTO IPUYMHON
paspyLIeHns CIYKHUJIO OTKJIOHEHHE COIPATaeMbIX
IIOBEPXHOCTEXW OT NPABHJILHOM I'€OMETDPHH, BBIZHI-
BaKOIlee CMeIeHue IATeH KOHTAKTA, a4 TAKKe HaJU-
qpe KOHIIEHTPATOPOB HAIIDAKEHHUN B BHJE PHCOK B
MecTax 3a4HCTKH (Pacox.

IIpesxneBpemerntoe paspyiieHre MOKeT BOSHUK-
HYTb TAKKe H3-32 KOPPO3UOHHBIX UTTHUHIOB, fB-
JIAIOIIUXCS 09araMy YCTAJIOCTHOM TPELIWHBI, KAk
[I0Ka3aHo B pabore [6], B KOTOPO# ONMHCAHBI IPUIH-
HBI Pas3pyLIeHus JOIATOK ra3oBou typbunsl. Ppax-
rorpaduieckoe HcCiIeNOBaHUe, IIPOBEIEHHOE ABTO-
pamMu 5TOM PabOTHI, IIO3BOJIWUIO OMPEAEIUThH IIAr
YCTAJIOCTHEBIX GOPO3IOK HA OBEPXHOCTH H3JIOMOB U
C HCIIOJIb30BAHHEM H3BECTHOIO ypaBHeHHs Delirca
[7] ouleHUTH XapAKTEPUCTUKU YCTAJIOCTHOTO pa3py-
oIeHus1, KOTOopbIe 6I:IJ'II/I IIOATBEPHACHDBI IIyTEM YHnC-
JIGHHOTO aHAJIN34.

Asrops1 pabors! [3] merogamu 4uciIeHHOTO aHA-
W33 W DKCIEPHMEHTA W3yYWIH BO3HUKHOBEHUE
MUKPOIIUTTHHIOB HA IIOBEPXHOCTAX 3y0YaThIX IIepe-
a4 ¥ MPeJJIOKHIN MONeIb, YIUTHIBAIOILYI) OIXHO-
BPEMEHHOE BIWAHUE BEJIHMYWHDBI IPOCKAIb3bIBAHUA,
HM3HOCA M MHUKDPOIUTTHHTA HA DBOJIOIHUI0 LIEPOXO-
BATOCTH LOBEPXHOCTH BO Bpems paboTel 3yGuaroro
roseca. OHU OTMETHIIH, YTO MOJEIb MOKHO HCIIOIb-
30BATh JI OLEHKH BJIMSHUS IreOMEeTpPuu 3y6aaroro
Kojeca Ha 00pasoBaHWe MUKPOIUTTHHIOB. [ pyras
MOZEJIb, O3BOJAOIIAL AT KOHHIECKOTO 3yGaaroro
KOJIeca IIPOTHO3UPOBATH 06pa3oBaHWE NHUTTUHTOB,
a TakKe paspyllieHue KOpHA 3y6a, pa3BuTHE MOALIO-
BEPXHOCTHOM YCTAJIOCTH U IIOBpEEAeHHe OGOKOBBIX
moBepxHoOCTeN 3y6a, mpemiaoxkeHa B [8]. dxcmepwu-
MEHTAIBHYIO IPOBEPKY MOEJH U YTOYHEHUE ee IJis
[IPOTHO3UPOBAHUA Pa3pyLIeHHs HOKOBOU IIOBEPXHO-
cru 3y0a BBIIONMHUIN aBTOPEI [9], KOTOpPBIE CBA3AIU
paspyiierre G0KOBOU IIOBEPXHOCTH 3y0a IIeCTOPHU
¢ 00pasoBaHHEeM YCTAJIOCTHOM TPEIUUHLI HA HeMe-
TAJUITMIECKHUX BRIIOYeHuAX. ABTops! [4] paspabora-
JI TOLXOX K OLPENeJeHWI0 MEeCTa [IOBPEeKIEHUs
3yG4aroro Kojieca ImyreM u3ydeHus (popMbl CUTHATIA
Bubpaumum or orgenpHOro 3yba mecrepuu. IIpen-
JIOKEHHBIM HMMH METOJ, AWATHOCTHUKY [I03BOJIUI II0
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Cameron (Mozenn

TypHOKOMIIpEccopa
TA9000); crpenkoil moKaszaHa IIeCTePH B UCXOLHOM COCTO-
HHH — J0 pas3pylIeHnsa

Puc. 1. Cxema

Fig. 1. Cameron turbocharger scheme (model TA9000).
The arrow shows the original state of the gear before frac-
ture

napamMerpaM (pOpPMBI BOJIHBI CUTHAJIA PA3IdIaTh 10~
BPEKIEHHDBIC U HEIOBPEKASHHbIE DIIeMEHTHI 3ybua-
TOU nepexadu. AHAIU3 [IOBEPXHOCTH 3yOLEB KOHU-
9eCKOU LIeCTePHH ABUALMOHHOTO ABUTATENA IIOKA-
3an [5], 4TO IOBpE)K/eHNEe BBHI3BAHO KOHTAKTHO-
YCTAJIOCTHBIMU IIPOL[ECCAMH, KOTOPBIE MPHBEIU K
BBIKDALIWBAHUIO [I0BEPXHOCTH 3y0HEB, HECMOTPSA HA
TO, 9TO COCTAB MAaTepPUaa, MeTauIorpaduaeckas
CTPYKTYypa, MHEPOTBEDPAOCTL U IiiybuHA HAYTIEPO-
JKUBAHUA Ne(PEOKTHOIO KOHUIECKOT0 3y04aToro Koje-
€a COOTBETCTBOBAJIN TOXHUIECKHUM TPEOOBAHUSIM,

YupodHeHue MOBEPXHOCTH 3yOLeB, KAK HU3BECT-
HO, HEOOXOAMMO IS YBEJIWYEeHHS YCTAJIOCTHOU
npouHoctu. B wactaocTH, aBTops! padors: [10] ycra-
HOBUWJIF, YTO LEMEHTALUA IPUBOANUT K IIOBBIIIEHUIO
YCTAJIOCTHOUN IOJTOBEYHOCTH 3yOheB 6Gosree yeM Ha
60 %. B cBA3m ¢ 3THM K KadecTBY YIIPOYHEHHOTO
ciaod mpeabaBisgerca ocoboe BHuManwme. Hapyrre-
HHE pPEXUMOB IIOBEPXHOCTHOM XUMUKO-TEPMUYe-
CKOU 00pab0TKU MOKET IPUBECTH K IIPEIKIeBPEeMeH-
HOMY paspywenu 3y6neB mecrepau. Kccnemo-
BaHWE IIPUYHMH [PEKAEBPEMEHHOI0 pPAa3pyLIeHUs
sybuaToro Bama w3 cramu 16MnCrd sBpigsBwio 3a-
POEIEHHE YCTAIOCTHBIX TPEIUH HA II0OBEPXHOCTH
3y0BeB B IIPOLIECCe SKCILIyATALMY BCIENCTBHE [I0HN-
JEEHHOU TBEPAOCTH IIOBEPXHOCTHOTO HAYTIEPOIKEeH-
HOTO YIPOYHEHHOTO CJIOH W HAJIWYHUA B HEM HeMe-
rasmdeckux Brirodenud [11]. Taxkum o6pasom, iu-
TEepATYPHbIE NAHHBLIE CBUIETEILCTBYIOT O BIUAHUU
MHOTHUX BO3MOKHBIX (PAKTOPOB HA IOJITOBEYHOCTH
LIeCTEPHHU.

Iens pammoii paboTbl — BBIABIEHWE IIPUINH
[PEeRAEBPEMEHHOTO paspylieHus 3y6beB Koseca
TypOOKOMIIPECCOpa II0CIIe ero SKCILUIYATAIINY B THUTA-
LHKIOBOM PEKUME.

Martepuan u MeTOJbI HCCIAEIOBAHNS

Paspymenne mecrepen syfuaroro xomeca typ-
6oxommpeccopa Cameron (momens TA9000) morr-
HOCTBHIO 2440 nc (1820 kBt), ucnonbsyemoro B kade-
CTBE ChIPLEBOTO BO3AYLIHOTO KOMIIPECCOPa KPHUOTEH-
HOU BO3AYyXOPA3NEIUTEILHON yCTaHOBRKH (puc. 1),
npouzonuro mociae 1,3 -10° murmoe ero sKcmiya-
TaI\H,

ITpuanaer aBapuiiHOTO pa3pyLIeHHUsS HCCIeN0Ba-
g HA OATH (pparMeHTax 3y6beB IIeCTepHH, LIPH
9TOM YYWTBIBAJIW COCTAB CTAJIH, U3 KOTOPOM H3TO-
TOBJIEHA LIECTEPHH, I'eOMETPHUI0 IIeCTePHU U YCJO-
BUs paborsl TypborOMIIpECCOpA.

CyvmmapHas miwHA KOHTAKTA IecrepHu XL =
= 400 mMm, makcuManbHas Harpysga F = 36 kH,
nasienue — 90 H/mm, paguyc KOHTAKTHOM [IOBEPX-
vHoctu R = 200 mMm, nepuopuanocts — 3500 koH-
takToB B MuHyTy. lllupuHa 30HB1 KOHTAKTA OLpere-
nsgerca aed)OpMAIMOHHON 30HOM ABYX IAIHHAPOB
puHoM 400 MM u guamerpom 200 MM, HAXOAAIIUX-
¢S IO, AeHcTBHEM CUIbI cxxarna 36 kH.

IIpenmonoskeno, 4To Bajn M3rOTOBIEH W3 CTAIHU
31CrMoV9, usz nenpHol TepMoobpaboraHHOM IT0-
KOBKU C IIOBEPXHOCTHOU TBeppocrbio 84 — 89 HER.
ITosepxHOoCcTHOE ynpoYHEHHWE 3yOLEB IIECTEPHH HE
npoBoamiock. Ceenenus 0 TepMudeckon o6paborke
¥ UCXOHOU CTPYKTYPE IIEeCTEPHU OTCYTCTBOBAIIM.

Ha puc. 2 npeacrasnena dororpadms mmecrep-
HU C PA3PyLIUBIIUMUCH 3yObAME B 00BEKTHI UCCIIe-
IOBaHHS — paspylieHHbie pparmenTsl 3y6nes No 1 —
5. Bugwmo, uro ¢ yBenmuenweMm HoMmepa 3ybGa (cm.
puc. 2, @) craHOBUTCHA OOJbINIE W YUCIO 09ATOB Pas-
pyLIeHHs HA IIOBEPXHOCTH 3y0heB, 4TO MOMKET HBITH
CBA3aHO C [OBBIICHUEM [UKINIECKON HATPY3KH.

g yecraHOBIEHUS IIPUYWHBI PA3PYLIEHU IIPO-
BEeH XUMUYECKHUH aHAIN3 MaTepuaia 3y6nes, usy-
4eHa CTPYKTypa LPHUIIOBEPXHOCTHOIO CJIO0S, BBIIIOJ-
HEHO HCC/IeoBaHue MUKpopenbed)a HU3I0MOB U K3-
mMepeHa MurporBeprocth. Ofbekramu wmccienoBa-
HUS ABISIINCH (PPArMeHTHI PA3PYIIUBIINXCH 3y0LEeB
mrecrepuu mrwaow ot 0,7 no 3,5 e (em. puc. 2, 6).

XuUMUYeCKUE AHAIHU3 IIPOBOJWINA C IIOMOIIBLIO
ATOMHO-3MUCCUOHHOTO CIEKTPOMeTpa ¢ IIJIa3MeH-
HBIM HCTOYHUEOM BO36y:xaenus. Meramrorpaduae-
CHO€ HCC/Ie0BAHUE BBIIIOJHAIW IIPU yBEJIHUYCHHUAX
or 100 go 1000 Ha onrmueckom murpockoiie Neo-
phot 21, cua6xennom nmdpoBos kamepoi. Ppar-
MEHTHI IECTePHU, 3APECCOBAHHEIE B §AKEINTOBYIO
CMOJLy W OTIHOJIMPOBAHHBIE, ObLIM IPOTPABIEHBI B
5 %-HOM CHOEPTOBOM PACTBOPE A30THOH KHUCIOTHL
Mugpopenbed n3n0MOB mCCIeqOBAINM HA CKAHUPY-
oieM 3neRTpoHHoM Murpockone Leo 430i. Muxkpo-
TBEPAOCTh (PPATMEHTOB INECTEPHH HU3MEPHIN CO-
rmacao ['OCT 9450-76 Ha mnoIyaBTOMATHYECKOM
murporsepgomepe WOLPERT 402 MVD unpu na-
rpyske 50 m 500 r. MsmepeHue ocymiecrBisid B
ILUTOCKOCTH, MEePIeHIUKYIAPHON GOKOBOU 06pasy-



«3aBoackasa saGoparopuna. JJuarnHocrura marepuaios». 2022, Tom 88. Ne 10 57

6

a

Puc. 2. cDOTOI‘paCbI/IH IIeCTepPHH ¢ PaspyIIUBIINMICIT 3y6BHMI/I (CTpeJIKaMI/I IIOKAa3aHbI MeCTa OYaroBbIX YCTAIOCTHBIX TpeH.II/IH)

(@) u dpparMeHTHI 3y0beB, KOTOPBIe OBLTH HCCIeN0BAHEI (6)

Fig. 2. The photos of the gear with fractured teeth (arrows show the sites of fatigue crack origins) (@) and fragments of the

teeth examined (b)

oiel 3yba IIecrepHu, a TAKKe B IIOCKOCTH, Ia-
PAILIIEIHHOM OCHOBAHUIO 3y0beB IIECTePHHU.

PeSyJII:TaTBI HCCIaeJoBaHuA

Heenedosarnue xumuueckozo cocmasa mame-
puana ¢gpazmenmos 3y6ves. B tabn. 1 npencrasie-
HbI PE3yJjIbTaThl XUMHYECKOIO aHalIu3a Marepuajia
[IeCTEPHH, 4 TAKKE CIIPABOYHbIE JAaHHBIE II0 COCTa-
By cranu DIN 31CrMoV9.

XUMUYECKUM COCTAB HCCIAENyeMOH CTajau OT-
Begaer mapke DIN 31CrMoV9, uro coorBercrsy-
er ceemeHusaM upoussoxurens. CornacHo cupa-
BOYHBIM OAaHHBIM 3Td CTAJIb CKJIIOHHA K OTHYCKHOfI
xpynkocru. Ee Mexanuyeckne CBOMCTEA, YKA3aHHDBIE
B CIIpABOYHHUEE, 4 TAKKe PEEHUM TepMoobpaboTku
npexcrasieHsl B Tabi. 2.

Ppaxmozpaguueckoe uccredosarnue. MoxkHO
[IPEIIIOI0KATD, YTO PA3PYyIIEHUE PA3BUBAIOCH OT
mepsoro 3yba kK maromy (cM. puc. 2, @) U COIPOBO-
AAJIOCH YBeJIWYEHHEeM 4Yuclid YCTaJIOCTHBIX 04Yaros,

Tabmamma 1. XuMmuiecKuil cocTas uccaeayeMoi cramu, % Mace.

9T0, KAK U3BECTHO, CBA3AHO C BO3PACTAHUEM aMILI-
Ty bl HALIPAMKEHUA, KOTOPOE BO3MOMKHO BCIIEICTBUE
Ieperpy3ky, BBIBBAHHOW pa3pyIlleHHeM IIDH MEHb-
LIUX HANPAKEHUAX [IEPBBIX ABYX 3y0beB, UMEIOIIUX
OJ[UH 0Yar,

Busyanpupii amanws npepcraBieHHBIX (hpar-
MEHTOB I[IOKA3a4J, YTO HA IIOBEPXHOCTAX KOHTAKTA
3y0beB HAGIIOMAIOTCA MHOTOYHCICHHBLIE TPEIHHBI,
[IePIIeHUKY/IAPHbIE OCHOBAHMIO 3y0beB, 4 Ha M3JI0-
MaXx, OPHEHTHPOBAHHLBIX IIAPaJJIEJIbHO OCHOBAHUIO,
00HADYIKUBAKTCA OYATH, XAPAKTEpPHbLIE A ycra-
JIOCTHOTO paspyuienus. Ms ¢pakrorpavm, mpen-
CTABJIEHHDIX HA PUC. 3, CJIELyeT, YTO 04ar yCTaloCT-
HOU MAKPOTPEIUHbI MOMKET HAXOIHUTCA KaK Ha II0-
BepxHOCTH 3y0a (puc. 3, a, 6), TAK ¥ IOJ TOBEPXHO-
creio (puc. 3, 8).

Ha puc. 3, ¢ BuaHO, 94T0 30HA HAYATBLHOTO POCTA
Tpewuub! rrybunou He 6onee 200 MM pacuonara-
eTrcsa BIOOJIb OHHOﬁ U3 MHOTOYHCJI€HHBIX IIPOAOJb-
HBbIX IapalinH, IIOABHBIINXCH, BEPOATHO, BCIIEOCT-
BHE HEKaYeCTBEHHOM MexaHudeckou o6paborru. Ha

Table 1. Chemical composition of the steel sample under study, % wt.

Crans e Si Mn P S Cr Ni Mo Cu \%

Uccnenyemasn 0,30 0,24 0,45 0,010 0,0065 2,25 0,15 0,22 0,23 0,14

31CrMoV9 027-0,34 <040 0,40-0,70 <0,025 <0,035 2,30-2,70 — 0,15-025 — 0,10 - 0,20

Tabmauma 2. Mexanuueckue ceorictsa cramu 31CrMoV9

Table 2. The mechanical properties of steel 31CrMoV9

Coprament oy, MIla o, MlIla 85, % HB, MIla HY1 (aammpnsamys KV, I TepmoobpaboTra
[IOBEPXHOCTD)

TIpyrox 1100 - 1300 900 9 250 800 >25 3axanxa 870 — 930 °C,

16 — 40 Mm ormyck 580 — 700 °C
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Puc. 3. Ouaru ycrajaocTHOTO paspyIleHusa Ha IIOBEPXHOCTH UCCIEI0BAHHEIX 3y0bEeB MIeCTEPHI

Fig. 3. Fatigue fracture origins on the surface of the studied gear teeth

EHT-28 .98 kV

100m  H

! nn M 6
Pholo No.-2872  Detector

Puc. 4. YcTanmocTHBIN U3I0M ¢ MUKPOTPEIUHAMY HA IIOBEPXHOCTH KOHTaKTa rrybuuoi 150 — 200 MKM ¥ paccTOIHIEM MEKIY
HuMu ~2 MM (@, 6, 8) ¢ TIOBPEEICHHBIM ITIOBEPXHOCTHRIM CJI0eM (8) M CTPYKTYPHEBIM AederToM (2)

Fig. 4. The fatigue fracture surface with 150 — 200 pm deep microcracks on the contact surface and a distance between them
of ~2 mm (q, b, ¢), with a damaged surface layer (¢) and a structural defect (d)

puc. 3, 6 mOKa3aH KACKAJ MHKPOOYATrOB TPELIHH 3JI-
JUOTHIeCKON (POPMBI, PA3BUBAOIIUNICA OT [I0BEDX-
HOCTHOTO KOHIeHTparopa Hanpsxenuu. OQuar ycra-
JIOCTHOM TPEIWHBI, IIPEACTABIEHHBIN Ha pHC. 3, 6,
B OT/IMYWE OT IIEPBBIX [BYX, CPOPMHPOBAICA IIOX
MMOBEPXHOCTHID 3y6a Ha CTPyRTypHOM nediexre.
Opauako ero GOPMHUPOBAHUIO IIPEIITECTBOBAIO MHO-
JKECTBEHHOE IIOBPEKIEHUE IIOBEPXHOCTH KOHTAKTA,

CBA3AHHOE C MOABJIEHWEM MHOTOYHCIEHHBIX IIOIe-
peunbix Tpemud, Ha usinome BugeH npoguis sTux
TpemuH, rrybmHa roropsix cocrasiser 100 — 200
MEM. MUKpOTpelUHbl 3apPOKIAIUCh HA I[I0BEPX-
HOCTH B OCHOBHOM KAK TPEILMHBI OTPHIBA M 3AKAH-
YUBAIKCH CABUTOBBIMM MUKpOTperuHamu (puc. 4,
a, 6), HabaonaeMbiMu pu 6OJIBIIEM YBEIHUYEHHH.
Kaxk Buznno us puc. 4, 6, B Bepiinae KaEI0N [I0BEPX-
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Puc. 5. Muxpopenbed MeK3epeHHOTO paspylleHus B 06IACTH MOBPEKAEHHOTO IIOBEPXHOCTHOTO CNIOT; CTPEIKAMH YKA3AHBI
MIPOXONBHBIE TPEIUHLI, PAa3BUBAINUECT BIONb Te(EKTOB MeXaHHYeCKOH 00paloTKH M ABIAIIUECT OYATAMH 3apOKISHIL

paspyIieHus

Fig. 5. Microrelief of intergranular fracture in the area of the damaged surface layer; the arrows indicate longitudinal cracks
developing along the defects of machining which are the sites of fracture nucleation

HOCTHOU TPeIuHHEI (DOPMHUPYIOTCH [BE CABUIOBHIE
mukporpemuabl. OnHA U3 HOBEPXHOCTHBIX TPEIHH
rayoumon 150 MEM, 3aKAHUMBAIOIIASACA CIBUTO-
BBIMH MHUKDPOTPEIIUHAMU C paauyCOM IIPDH BEePIIKWHE,
HE [PEeBRIIAIUM 2 MKM, II0Ka3aHa Ha puc. 4, e,
HA KOTOPOM, KPOMe TOTO0, BHEH IPO(PUIbL IOBPEsK-
DEHHOTO IIOBEPXHOCTHOTO CJIOH, HOKPBITOT0 yCTAJIO-
cTHBIME Goposakavu (ITOKa3aHbl CTpeaKaMu). [iy-
6umHAa 5TOTO Ci0si GAM3KA OJHOMY — IBYM pasMepam
3epHa.

OrmedeHHBIN CTpeKaMu Ha puc. 4, 6 ogar Tpe-
OIUHBI XapaKTepeH [IJid THUTalluRJI0BOTO YCTAJIOCT-
Horo paspymenus [12, 13] u umeer Bug «purbonero
rnasar», B EHTPE KOTOPOTO PACIIONoieHa 061acTh
CTPYKTYPHOM HEOJHOPOAHOCTH € BKIIOYECHUSMH H
nopamu (puc. 4, 2). Ot sroli ofnacTu pPa3BUBAETCH
THIMYHBIN I ycTajoctu 60po3adarsii peibed B
HANPABJIEHUAX, IOKA3AHHBIX CTPEJIKAMU. 3/eCh jKe
BHUJHA CABHUTIOBAA ITOBEPXHOCTHAA MHEPOTPEIIWHA,
KOTOpAas, BEPOATHO, IIPEAIIECTBYET BEIKPAIIUBAHUIIO
JIOKAJIBHOTO YYACTKA [OBEPXHOCTH [IECTEPHU U OT-
penenuo (pparmenta. CMeHa THIA MEKPOTPEIIHHEL
orT OTpI:IBHOfI Ha ITIOBEPXHOCTHU IIECTEePHU K CABUTIO-
BOH IIOKA3BIBAET, YTO CKOPOCTh €€ PA3BUTHUH YMEHb-
IInJjIacsk. HpI/I‘{I/IHa 3aTYIUVIEHHUS — BBIXOJ MHEKPO-
TPemuHbI 34 IIpeaesbl XPYIIKOTO CJI0A U IIepexon B
LEeHTPAILHYI 001acTs 6ojiee BA3KOTO MATEPHAIA.
9T0 moATBep:EIAeT (ppaKTOrpaMMa Ha puc. 4, 6, me-
MOHCTPHPYOIIAS U3MEHEeHUEe IPy6ol CTPYKTYPHI MO~
BPEKIEHHOrO CI0S HA IIyOHWHE HECKOJIbKHX 3€peH
(mokasaHa cTpenroi) Ha 60jee OJHOPOIHOIO CTPYK-
TYPY, XApPAKTePHYI0 i BHYTPHU3EPEHHOIO paspy-
IIIeHusd.

TIpwu uccnenoBaHuu CTPYKTYPHI MOBPEKISHHOTO
[IOBEPXHOCTHOTO CJIOH OOHAPYIKEHO XPYIIKOE MEJK-
3epeHHoe paspyiienue (puc. 5, @), pasBUBAIOIIEECH
OT IPORONBHBIX TpemuH pasMepoMm 10 — 30 MEM,

BO3HHKAIMX HA gedpeKTax MeXaHWIecKou o6pa-
6orku. Ha TpaHsax MeK3epEeHHOTO paspyIleHus
BUJIHBI yCTAIOCTHBIE GOPO3IKY.

Puc. 6 cBuzerenscrByeT 0 3apOsKAEHHH DTHUX
MPOMONBHBIX AePEKTOB HA MOPaxX, TPYIIIUPYOITHX-
¢A BIOJIb [APAIMH MEXaHWIeCKoH 06paboTku (rmoxa-
3aHBI CTPEJIKAMH), ¥ UX B3AWMOIEHUCTBUH C ITOIIEPeY-
HBIMH MHKDPOTPEIUHAMH, CIYKAIAMHU KOHIIEHTPA-
ropavu Hanpsxennd. Coueranue XpyIKoro moBepx-
HOCTHOTO CJI0S C TAKMMH KOHIIEHTPATOPAMHU W IIPU-
BEJIO K 3aPOIKITCHUIO IMOBEPXHOCTHBIX
MHKPOTPEIIHH.,

Ha puc. 7 norkasau murpopenbedy paspyienus,
HOATBEPIKIAIONINN YCTAJIOCTHRIN XapakTep pa3BHU-
THSI MATHCTPAILHON TPEIWHBI, CBA3AHHBIA ¢ (op-
MupOBaHHeM 60pPO3HOK (MOKA3aHbI CTPEITKAMMU) IITH-
puHoi Topsanaka 1 MEM m 6ojiee W CBH/ETEILCTBY-
OIMUE 0 TOM, YTO CKOPOCTH POCTA YCTAJIOCTHOU
TPemuHLI cocTasiana npumepuo 1073 mm 3a mwmer,
B wnagane pocra wmarmcrpanpHOB TpemuHBL 6O-
posakm O6bUIM pazopueHTHpoOBaHBI (puc. 7, a), a 3a-
TeM CTAHOBUJINCH CTPOTO IE€PIIeHANKYIAPHLIMI Ha-
MpaBJICHHUIO ee pacrnpocrpanenud (puc. 7, 6).

Memaanozpagpuueckoe uccredosarnue. Meraio-
rpadyuIecKoe HMCCIeIOBAHNE MOKA3AJI0, YTO OCHOB-
HasA CTPYKTypa Marepuaia 3y6beB COOTBETCTBYET
CTPYKTYpPE OTIIYII[EHHOTO MAPTEHCUTA C PasMepoM
IMePBOHAYAIBHOTO AYCTEHUTHOTO 3€PHA, HE IIPEBbI-
mrarorrrero 10 — 20 mewm (puc. 8, a). Beutu o6uapy:xe-
HBI U [IPOTSKEHHBIe BKIOYEHUS [UIMHOU 10 45 MKM
(puc. 8, 6) u TOMIMUHON A0 6 MKM, KOTOPbIE MOTJIH
CIIY3KHUTEH MECTAMHU 3aPOKISHNUS MAUKPOTPEIITHH.

YcraHoBIEHO, YTO CTPYKTypa Marepuana 3y6a
[IECTEPHU HU3MEHAETCA C YBEJIWYCHHEM PaCCTOs-
HHS OT moBepxHocTH. HemocpenmcrBenHo mox mmo-
BEPXHOCTHI0 KOHTAKTa HAGIIOmaerca CTPYKTypa C
JUCIIEPCHBIMY BEJIYEHUSAMH [0 TPAHUIAM 3€peH
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Puc. 6. Jedexre: MmexaHmeckod 06paboTKH, TOBEPXHOCTHEIE MEKPOTPEIHHE] U 06IACTE 3apOKAEHI YCTATOCTHOTO paspye-
HUA B UX yCThe — Ha riaybune 150 MM

Fig. 6. Machining defects, surface microcracks and a region of the fatigue fracture nucleation at their mouths at a depth of
150 pm

- .
EHT-20.88 kV ) 24 mn EHT-20 68 kU 26 mn

1pn H Photo No. 2878 r= §| « 7] pn k Photo N

Puc. 7. Mukpopenbed yCTATOCTHOTO paspyIIeHnsa

Fig. 7. The fatigue fracture microrelief

Puc. 8. MuxpocTpyKTypa 0CHOBHOTO MeTaIa (@), HeMeTAILNIecKoe BKIYeHue (6)

Fig. 8. The microstructure of the basic metal (¢) and nonmetallic inclusion (b)
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Puc. 9. MuKpoTpeIuHel B IOBEpXHOCTHOM ClIoe parMenTa 3yba

Fig. 9. Microcracks in the subsurface layer of a tooth fragment

Puc. 10. ITomocuaras MaKpoCTpyKTypa: IOIOCHI IApaJIeNbHbI [IOBEPXHOCTH KOHTAKTA 3y0beB IIecTepHu

Fig. 10. Banded macrostructure: bands parallel to the contact surfaces of the gear teeth

(puc. 9, @), XOpOLUIO BUAMMBIMH LPH OOJIBIIKX yBE-
nuaenusax., Pazmep Boigenenuit: tosuHa 0,5 MKM,
gnuaa ot 1 mo 10 mrm. ['my6mHA MOBEPXHOCTHOTO
clI0d C WM3MEHEHHOU CcTpykrypod — ot 120 no
200 vrm. VIMeHHO B TaKOU CTPYKTYPE Pa3BHBAIOT-
¢ MOBEPXHOCTHBIE TpernuHbl (puc. 9, 8 —d), obua-
py:xeHHbIe pu (PPaAKTOrpaQUIeCKOM UCCIeTOBAHUN
(cM. puc. 4), — HepUEHAWKYJIAPHBIE IOBEPXHOCTH
koHTaKra. [vybmHA 5STHX TPEIIUMH COOTBETCTBYET
TONIUHE Cca0d ¢ paedpeKTHOM CTpykTypou. Pac-
[POCTPAHEHHUE IJIMHHBIX TPELINH 3aMeJIAeTcH, U B
OCHOBHOM MeTaJljle OHU He PA3BUBAKTCAH.

W3 puc. 9, a, 6 caemyer, 9TO 5TH TPEITUHBI pac-
[POCTPAHAIOTCH 1[I0 TPAHUIAM 3€DPeH. JTO o[-
TBEPKIAIOT [AAHHBIC AHAIN3A W3JI0MOB (PparMeH-
TOB — MEK3EPEeHHOe pA3pYLIEHHe IIPOKUCXOAUT B
[IPUIIOBEPXHOCTHOU obmactu (cMm. puc. 4, 5). Pas-
BHUTHE MEK3EPEHHOI0 pa3pylIeHus MOIJI0 OBITh
CJIEICTBAEM OTILYyCKHOU XPYIIKOCTH, XapPAaKTePHOU
AJIA CTAJIHW JaHHOTO COCTAaBAa, BBLI3BAHHOU IIOHUIKEH-
HOU CKOPOCTBHIO OXJIAMKIEHUS IIPU OTILyCKEe U CBA3aH-
ol ¢ Beigenenuem kapbunos (Fe, Cr);C no rpann-
LaM 3epeH.
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Puc. 11. CxemaTuueckoe u306paxkenne HCCIETyeMOro oparMenTa u poToTpaguu CTPYKTYPEI ¥ TPEIIHH B PA3ITHIHBIX YIACTKAX

CeYeHua

Fig. 11. Schematic representation of the studied fragment and photos of the structure and cracks in different sections

Ta6auma 3. Pesynsrars! oneHKE Mukporsepgoct HV B pasHBIX CTPYKTYPHBIX 30HAX

Table 3. Results of HV microhardness assessment for different structural zones

2 YupouHeHHBIH TPUIIOBEPXHOCTHBIHN CI0H
HYV, MITa Ocnoenoit  Temmsle
METaL TOMOCH Temo 3epua I'panuns! sepen
Cpenuee sHaUeHNe MUKPOTBEPAOCTH = CTAHZAPTHOE OTKIOHeHMe 371 + 13 431 + 27 834,6 = 37,6 923,9 = 29,2

Hpyroii 0coGEHHOCTBIO CTPYKTYpPBI Marepuaia
3yObeB ABIAETCH MAaKPOIIOIOCIATOCTE — 06pasosa-
HH€ TEeMHBIX IIOJ0C, IIapajuIeJIbHBIX ITOBEPXHOCTH
rouTakra (puc. 10), CBUAETENLCTBYIOIINUX O HEOMIHO-
POJHOCTH XHMHYECKOT0O COCTABA MATepHaIa.

Ormeuennbpie 0COBEHHOCTH CTPYKTYPBLI 00HAPY-
JKEeHbI IIpW HCCIeAOBAHHWHU M [ADPYIHUX H3YIE€HHDBIX
dparmenToB, cxemMa OZHOIO W3 KOTOPBIX IIOKA3aHA
Ha puc. 11. IT0 HO3BOIAET CUUTATD, UTO STH 0COOEH-
HOCTHU ABJIIAKTCA OGIJ_II/IMI/I n CBA33aHbLI, BEPOATHO, C
OTCTYIUIEHUAMH OT PEIKUMOB TEPMUIECKOU 06paboT-
KU IIEeCTEePHU.

Pesynemamer oyenxu murpomsepdocmu.
Ounenra wmumrporeepmocru (HV) wmarepmana 1mec-
Tepru (ta6a. 3) nDoaTBepaMIIA HEOXHOPOTHOCTH
cTPYKTyphl; 3Hadenus HV mna uccnenyembix dpar-
MeHTOB MeHsroTca oT 350 (B cpegHem cedeHuun) 10
920 MIla (ma mosepxmoctu 3y6a). Cpemmme 3Ha-
YeHusT MUKPOTBepAocTH 6bumn orenensl no 10 uame-

pPeHUAM B KAJKIOU W3 BBIAEIEHHBIX CTPYKTYPHBIX
HEOTHOPOIHOCTEH.

Hawubonpmme smavenws teepmoctw — HV >
> 900 MIIa — mabio0maoTCa B IPUIIOBEPXHOCTHOM
cnoe Tommuaor or 120 go 200 mrm. IIpuaem TBep-
JOCTh BHYTPH 3epeH B 5ToM cioe Ha ~10 % meHbIIe,
9eM [0 WX IPaHulaM. JT0 MOATBEPkaaeT ToT (hakr,
9T0 [0 TPAHUIAM 3epeH Boigenuuch xapbuast (Fe,
Cr);C. Hauvensine snauenus HV (~370 MIla) sa-
¢durcupoBannl B oCHOBHOM Merajuie (cBeriibie 06-
sacru). TBepAOCTL TEMHBIX II0JIOC CTPYKTYPHI COCTA-
puna ~430 MIla, yro Heckonbko Boime (Ha 16 %),
9eM OCHOBHOTO Merasia (puc. 12).

O6cy:kaeHne pe3yasLTATOB

Cormacuo [14] B 3ybe miecrepHu B pPe3ysibTrare
koHTAKTa Kadenus (R) ¢ conpssxeHHbIM 3y6om
paseuBaOTCA Hanps:kenwms casura (S), pacrsaru-
paomue (Ty) m ckumanmume (C) HanpsEeHwus
(puc. 13).
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Puc. 12. MukpoTBepI0CTh YIACTKOB (PPATMEHTOR C PA3IHIHON CTPYKTYPOL

Fig. 12, The microhardness of fragment sections with different structures

Bunsr paspymienus sy6uarsix mepepad, Kax cie-
IyerT W3 MPOBEIEeHHBIX HCCIEIOBAHUU, MOTYT OBITH
PA3IMYHBLIME, HO OCHOBHAA WX IPUYHMHA CBI3aHA
6o ¢ usrubom 3y6a, IPUBOTANUM K 3aPOKICHUIO
YCTAJIOCTHOM TPEITUHBI y ero ocHoBauwus [15], aubo
¢ KOHTAKTHOM YCTAJIO0CTBIO IO ITOBEPXHOCTHA Kade-
HHfA, WHUUUPYIOIMEH ob6pasopanue HeOGOIBIINX
MUTTHHTOB, BHI3BIBAOINUX OTCIAWBaHUE (PparMeH-
TOB. J[OMOTHUTEILHBIMU HPUIUHAMHU PAa3PYIICHUA
ABIIAIOTCA TUHAMUYIECKHUH yaap, U3HOC U OTPHIB IO/
JIeUCTBHUEM HAIIPSKEHU. Y CTAIOCTHOE Pa3pyIleHne
3y6uaThIX mepeaad Moker ObITh CBI3aHO TAKKE C He-
[paBUIBHBIM BbIOOpOM Marepuana [14] — ¢ pasme-
paMu ¥ IIPUPOAOH HEMETAJINIECKUX BKIIOYCHUM,
ILUIOXUM Ka49€CTBOM ITOKOBOK, ITOJIOCYATOCTHIO, Cerpe-
raruAaMU, KOBOYHBIMY 3aKATAMHA U IIp.

WaBecrtno [14, 16], 4ro 1pu NOBEPXHOCTHOMN
obpaborke 3yOpeB IiecrepHu (HAYIVIEPOKUBAHUH,
A30THPOBAHMYU WM WHAYKIMOHHON 3aKAJKe) BAK-
HO JOCTHUYbH BBICOKHX CBOWCTB CJIOA KAK B CPEIWH-
HOU 4actu npodmia 3yba, Tak u B obacTu paguyca
npu ero ocHopanuu. CABUTOBBIE HANPSKEHUS, 00y-
CJIOBJIGHHBIE KOHTAKTOM KA4eHW:d, AOCTUTAOT MAaK-
cumyma Ha paccrosHuu 0,25 MM OT IOBEPXHOCTH
KOHTAKTHOU 061acTH, a HANPSIKEHUS, BO3HUKAI-
e BCAGACTBHE u3rnba, MAKCHMAJIBHBI Y OCHOBA-
Hus 3y6a. YcrasocrHoe paspylleHne MOKeT 3apoiK-
ngarbes mmox moepxuoctrbioo. Cornacuo [14] sto mpo-
HCXOAUT B TOM CIIydae, €CjHM IIpefeil TeKy4ecTd
OCHOBHOTO MATepHaja LIeCTePHH HU30K, 4 CHIIbI,
PA3BUBAOINHUECT BAOIb JUHUW 3AMEIICHUA, BHICO-
KM, BCJIEJCTBHE YET0 IIOBEPXHOCTHBIM CJIOH paspy-
mraerca (puc. 13, 6).

ITocronbky cBemeHuA 06 UCXOMHONU TEPMHUIECKON
06paboTKe IIeCTEePHU OTCYTCTBYIOT, MOKHO JIHIIb
[MePEYNCIIATH BEPOSTHBIE OTKIOHEHUS OT PEKUMOB
€€ TeXHOJIOTMYeCKOTO IHKJA, [IPUBEAIIne K paspy-

a 6

Puc. 13. O6mactu HAUpaKeHMI HA OCHOBHOM 3y0e Iiu-
JNVHAPUYECKOTO 3y6UATOTO KOJeca, pasBUBAIILUXCA B 3y0e
BCIENCTBUE KOHTAKTA KadeHWsa R CONPIKeHHOTo 3yG1aToro
Kolleca — Hamps:xeHuil casura (S), pacrarusatomux (Th) u
cxmMaromux (C) HanpsxeHuH (o), a Takke IpUMEp pacTpec-
KHBAHUA IOBEPXHOCTHOTO €104 (6) ¢ MUKPOTPEIUHAMHY, IIep-
TeHANKYIAPHBIME IIOBEPXHOCTU KOHTAKTA [14]

Fig. 13. Stress areas in the main tooth of a cylindrical gear
wheel developed in the tooth due to rolling contact R of the
adjacent gear wheel: shear (), tensile (T) and compressive
(C) stresses (a) and an example of surface layer cracking (b)
with the microcracks perpendicular to the contact surface
[14]

menuo. Tak, nIpu HEZOCTATOYHO KOHTPOIUPYEMOUM
UHIYKIIMOHHOU 3aKaKe AJd YIIPOYHEHUT BCEU ITTec-
TEPHU W €e HePeryJsapHOCTH BO3MOKHO pacTpec-
kuBanwe ¢ obpasoBamueMm e)eKTOB, CIIYKAIIMX
ogaraMm YCTAJIOCTHBIX TPEIInuH. OTCTyHJ'IeHI/Ie or
PEKHMMOB TEPMHIECKON 00paboTKH, B YACTHOCTH,
CHUZKEHHE CKOPOCTH OXJIAKIEHUSA B IIPOIIECCe OTILyC-
Ka MOTJIO IPUBECTH K XapaKTepHOH [JI JaHHOH cTa-
JIA OTIyCKHOM XPYIKOCTH, BEIZEJIEHHUIO Kapbuios
(Fe, Cr);C 1o rpanunam 3epeH v IIOSBICHUIO MEK3e-
peHHBIX TpemuH. HerkayecTBeHHAA TepMUIECKAA
06paboTKa BO3MOIKHA KaK CIEICTBHE HEOIHOPO-
HOCTH XHMHYIECKOTO COCTABA M CTPYKTYPHI MaTepua-
sna mecrepuu. Jpyrum hakropoM, HPUBOALUM K
hopMHUPOBAHKIO 09ATOB YCTAIOCTHBIX TPEIUH, SB-
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Puc. 14. Cxema paspyiieHus 3y0bes IIeCTepHN

Fig. 14. The scheme of the gear teeth failure

JigeTcd Hapyuienue TpeGOBAHUY 10 YUCTOTE [I0BEPX-
HOCTHON MeXaHW4ecKou o6paborku 3y6beB 1mecrep-
HH, 9YTO BBEISLIBAET IIOABJII€HHWEe MHOTOYUCJICHHEBIX e~
(heKTOB KOHTAKTHOU ITOBEPXHOCTH.

OrMeueHHBIE IPUYHHLI PA3PYLICHHS IECTEPHHU
COrjacyrTcsa € AdaHHBbIMHU, IIOJy9€HHBIMH B XO[A€
[POBEIEHHOI0 ucciaenoBanus, J[edCcTBUTENbHO, HA-
GIIOAROTCS TI0JI0CYATOCTh 3yOheB, MUKDPOTPEIIUHLL
HA IIOBEPXHOCTH, KOTOPbIE MOIJH 06pasoBaTHCH B
[POLECCe HWHAYKIMOHHON 3aKAJK{, YCTAJIOCTHOE
paspylienue, pa3BUBAIIIEECs 10| II0BEPXHOCTHIO Y
ocHOBaHUs 3y6a, u gepeKTHAT CTPYKTypa Marepua-
JIa C BbIAEJECHUAMH 110 IPAHULAM 3€PEH U KPYIIHDI-
MU HEMETAJNIHUYECEUMU BRJIKYEHUAMN.

CoracHo peacTaBIEHHON HCXOXHON HH(pOpMa-
Ouu ImecrepHda He IIoABePrajJach XUMHUKO-TepMUYe-
crout o6paborke (asoruposanuio). OgHAKO TOIyIeH-
Hble 3HAYEHUA TBepAocTH (cMm. Tabn. 3) u ee pacmpe-
JejleHre II0 TOJIHHE (PPArMeHTa COOTBETCTBYIOT
TAKOBBIM i asormpoBanHou cramu 30CrMoV9
[17], aBndmomelca aHAJIOIOM HKCCIENyeMOro Mare-
puaia necTepHu, I0Cie ee 3aKAJIKA U OTIycka, M3
pab6orsl [18] ciexyer, 9T0 A30THPOBAHKE MOTJIO LIPH-
BeCTH K 06PA30BAHUIO CIIOS HUTPU/OB 10 TPAHKUIIAM
3ePEeH U, KAK CIE/CTBUE, K OXPYITYUBAHUIO MATEpUA-
sa ¢ o6pasoBauuem TperuH. Bosmoxuo Takxe dop-
MUPOBAHHE MUKPOTPEIIUH B PE3yIbTATe IUIU(POBKU
¥ II0CJIeIVIONIEro a30TUPOBAHUA IT0BEpxHOCTH [14].

JarIoYeHne

Paspymenne 3y6nes cBszaHo ¢ ofpasoBamuem
MHOTOYHCIEHHbIX MHKDOTPEINWH B YIPOYHEHHOM
[IOBEPXHOCTHOM CJI0€ C Je(DeKTHOM CTPYKTYPO TOI-
musol or 150 mo 200 mrM. IlockonbRy TpemuHEBI
PA3BHBAIKNCHE HA BCIO INIyOHMHY CJIOS, IIPOM3OLILIO
pe3Koe yMEHBIIEHUEe IPOYHOCTH U HECyIei Cro-
cobuocTu 3y6neB miecrepuu. llpuaunsr dopmupo-
BAaHHUA IIOBEPXHOCTHBIX MHEKPOTPEIIWH MOTYT 6])ITI)
PasjindHbl U ABJIATHCA PE3yJIbTAaTOM: OTCTyHJIeHHfI

OT PEKMMOB TEPMHUIECKOU 06paboTKH, IPUBEIIINX K
OTILyCKHON XPYIIKOCTH; BBIAENEeHUs KapOugoB IO
rpaHunaM 3epeH; (GOPMUPOBAHUA MEK3EPEHHBIX
IIOBEPXHOCTHBIX TPEIIHWH KW HUX BBaHMOHefICTBHH c
neekTaMu HEKAYEeCTBEHHON MeXaHWIeCKOu o0pa-
00TKM II0BEPXHOCTH KOHTAKTa 3yObeB. Bszammo-
JeUCTBHE 3TUX TPEIIUH C IIPOAOJbHBIMYU TPeIlnHa-
MU, 3aPOJUBIINMUCH HA [e(PeKTax HeKa4eCTBeHHOU
MexaHuIecKou o6paborku miecrepHu (IapanmuHax),
HpuBeno K (POPMUPOBAHUIO OYATOB YCTAIOCTHBIX
TpelmyH, PasBUTHE KOTOPLIX BBIZBAJIO OKOHYATEIIb-
HOE PaspyLIeHHne HECKOJIbKUX 3y0bheB IIIeCTePHH.

Ananuz parMeHTOB MTO3BOJISET MPEIIIONIOKNATE
KAPTUHY Pas3BUTHA PA3pYIIeHUs 3yOheB IECTEPHH,
[IpejICTABICHHYIO HA puc. 14.

BepositHo, 0/1HOM U3 ITIABHEBIX IIPUYUH paspylie-
HHSA OBUIO [JIUTEIbHOE IUKINIECKOe HATPYKEHUE B
pelsuMe THTaluKIOBOM yCTAaIOCTH, 06BIMHO He pac-
cMarpuBaemMoe B paboTax, MOCBAIIEHHBIX paspylie-
HHI0 3y04uaThix mepenad. Bo3aMOKHOCTh TAKOH MIpH-
9UHBI Pa3pyLIEHUs CIeAyeT U3 TUIIMIHOW JJA TUra-
LOHKIOBOU YCTAJIOCTH KAPTHHEI H3JI0MA C XapaKrep-
HBIM 04aroM B BHUAe «pbIfbero riiasa» (cm. puc. 4, 6)
u npesbimaminei 10° HUKIOB H0JroBeYHOCTH HC-
cieyeMoH IecTepHu 10 paspyiienus [12, 13].
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MHUKPOMEXAHHUKA MAJIBIX JE®OPMAITUH B METAJIJTHYECKUX
CIIJIABAX IIPH JIASEPHOM OBJIYUEHHUU

© BauecaaB Muxaiitnomd Matioauu!*, Oaer BadecaaBosma Kyapakos2,
Banepuit Hukonaeruu Bapaska2, Aprem IOpreBua Mapuenkos!
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IloBbIIIeHHRIN UHTEPEC K U3YICHUIO MeXaHu3Ma 1ehopMaItii, COIIPOBOIRAAIOIIeC 36pHOTPa-
HAYHBIM TIpockanbabisanueM (3I'T1), cram IposBIATEC B CBA3H ¢ PA3BUTHEM HAHOMATEPHATIO-
Bepennd. OgHaxo ncenenopanue mpotieccoB 3111 B Mukpo- 1 HaHOOOHEMAX METATIITICCKIX Ma-
TEPHATIOB CBI3aHO ¢ TPYAHOCTAMU SKCIIEPUMEHTATBHOTO XAPAKTEPa, BHI3BAHHBIMHA BBICOKOH JI0-
ramusanuei gedopMany 1 TpeOYIOIINMA UCTIOIB30BAHUA COBPEMEHHBIX METONOB U IPUGOPOB
3JIEKTPOHHON MUKPOCKOIIAN BBICOKOTO paspeltienusd. [loaToMy mMerolaecs cBeJieHUs B IATEPA-
TYPHBIX UCTOUHUKAX CBUETEIBLCTBYIOT B OCHOBHOM O TEOPETUIECKUX U MOAEILHBIX UCCIeI0BA-
HUAX B gaHHoi obnactu. Mexauusm SI'T1 mpuobperaer xapakTepHbIe NPU3HAKU TIpH 06paboTke
METATIUYECKUX CIUIABOB KOHIIEHTPUPOBAHHBIMU IOTOKAMU SHEPTUH, HATIPUMED, JTa3epHBIM 06-
nyuenueM. B cBsau ¢ 5THM B paboTe MpeacTaBlIeHbl PE3yIbTATHL SKCIIEPUMEHTATBHOTO UCCIeI0-
BaHUA MUKPOILIACTUIECKOH TediopMaIiiy apMEo-Keesa ¢ OTHO(Pa3HOH hePPUTHOH CTPYKTYPOH
TIpH UMIYJILCHOH azepHoi obpaborke. s HCKIIOUEHUS BIUAHIA Pas0BhIX IPEBPAIEHITH HA
mporece fehopMaIiy U3ydanach TOIbKO 30HA TePMUMIECKOTO BANIHAA, B KOTOPOH TeMIIepaTypa
ObLIA HIDKE TEMIEPATyPhl IEPBOH KPUTHUECKOH TOUKH U He mpesbimaina 700 °C, uro mosBomsimo
CUNTATH TONHYIO AedopMaIiio sxsuBanteHTHON Aedopmarun SI'TI. MukpocTpyKTypHbBIE HCCIe-
JOBAHUSA ¢ UCIONL30BAHUEM METOLOB ONTHUECKOH U CKAHUPYIOIICH HIIEKTPOHHOH MUKPOCKOITHN
TIOKA3aJH, UYTO B YCIOBUAX CBEPXOLICTPOr0 HATPEBA U OXIAKICHU IIPU JIa3epHOH 06paboTre Me-
Taa feopMaltis 0cyIecTBIIeTe ¢ yuactaeM MexanusMa 311 Cpemu xapakTepHEBIX 0co6eH-
nocreit 3I'TI MOKHO BBIIETUTh HATUYNE CTYIIEHYATHIX TPAHUI], 30H aKKOMOJALIUU, TOSBICHUES
BBICOKOYIVIOBBIX TpaHull 3eped. [Ipenmoxena MeTOIUKA U3MEPEHUS BETUUUHEL Jed)OpMAITiU 10
MexauusMy SI'11 B IpeAmonoKeHIN CTATUCTHIECKOTO PABCHCTBA KOMIIOHEHT BEKTOpa AedopMa-
Mn 1719 KyOUUecKUx peleTok. BRImoTHeH cTaTueTHIeCKAN aHATNE HAMEePEHUH OPTOTOHATBEHOMH
KOMIIOHEHTHI BeKTOpa Aed)OpMAaIta 10 METOAY cekyIux. Ero pesynbTarsl TO3BOIWIN OIpee-
JIATH 3HAUEHU OTHOCUTEIRHOH MedopMaruu o MexauusMmy SI'11 B apMKo-iKkenese B AUAIa30He
1,2-59 %.

Kimouessie cioBa: UMITYJIBCHOE JIa3epHOe O6JIy‘-I€HI/I€; MHUKPOILTIACTHYCCKANL ,I[e(i)OpMaI_II/IH; 3ep-
HOT'PAHUYHOE IIPOCKATB3BIBAHUEC, JJICKTPOHHAA MHUKPOCKOIINA] CTATUCTUICCKIAH aHa/Inu3; apM-
KO-KeJes30.

MICROMECHANICS OF SMALL DEFORMATIONS IN METAL ALLOYS
UNDER LASER IRRADIATION
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Development of the nanomaterial science heightened the interest in studying the deformation mechanism
accompanied by grain boundary sliding (GBS). However, the experimental study of GBS processes in mi-
cro- and nanovolumes of metallic materials faces difficulties attributed to high localization of strains and
requires the use of modern methods and tools of high-resolution electron microscopy. Therefore, the avail-
able literature data refer mainly to theoretical and model studies in this area. Treatment of metal alloys
with concentrated energy flows, for example, laser irradiation, can impart characteristic features to the
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grain boundary slip. In this regard, we performed the experimental study of the microplastic deformation
of Armco iron with a single-phase ferrite structure under pulsed laser processing. To exclude the effect of
phase transformations on the deformation process, only the heat-affected zone (HAZ) was studied. The
temperature in HAZ was below the temperature of the first critical point and did not exceed 700°C, which
made it possible to consider the total deformation an equivalent of the GBS deformation. The
microstructure studies by the methods of optical and scanning electron microscopy revealed that in condi-
tions of ultrafast heating and cooling during laser processing of metal, deformation occurred with the par-
ticipation of the GBS mechanism. The characteristic features of GBS, i.e., the presence of stepped bound-
aries and accommodation zones, as well as the appearance of high-angle grain boundaries were observed.
A technique is proposed for measuring the strain value through the GBS mechanism under an assump-
tion that the strain vector components for cubic lattices are statistically equal. A statistical analysis of the
measurements of the orthogonal component of the strain vector using the secant method was performed,
which provided determination of the relative strain values by GBS mechanism in Armco iron within a
range of 1.2 - 5.9%.

Keywords: pulsed laser irradiation; micro plastic deformation; grain boundary sliding; electron micros-
copy; statistical analysis; Armco iron.

Beenenne

Mexanuam 3epHOrPAHUIHOTO HPOCKAIB3BIBAHU L
(3T'TI) mocrarouno xoporro ussecren [1 — 4]. B kom-
MAKTHBIX IIOJUKPUCTAUIMYECKUX MATEPHUAIAX OH
XapaKTepPU3yeTcs CIeru(puIecKuMy CTPYKTYPHBIME
[POSABIEHUAMU: PA3BOPOTOM 3€PEH, CTYIIeHYATO-
CTBIO W (paceTHpOBAHKMEM BBICOKOYIJIOBBIX TDAHMWII,
o6pazoBaHueM 30H AKKOMOAAIWH, H3JIOMOM II0JIOC
croJibKeHud u T.7. HoBbIN BCIjlecK uHTEpEeca K Me-
xauuamy 311 cBazaH ¢ m3ydeHHeM MHKPOMEXAHU-
KU fedopManuy B HAHOKPUCTA/IMIECKUX MATepHa-
nax [5]. Oguako usydenue 3I'T1 B Hanomarepuanax
OTPAHUYMBAETCH IVIABHBIM 00Pa30M TEOpPeTHIeCKH-
MM U MOJEJILHBIMU U3BICKAHUAMU [6, 7], IIOCKOIBKY
€ro JIORAIu3aIua B HAaHOOObeMe BbI3HIBAET U3BECT-
HbIE TPYJHOCTH SKCIIEPUMEHTAILHOIO HUCCIeOBa-
HuA. B yacrHOCTH, IpUBEIEHHBIE CTPYKTYPHBIE TIPO-
apinenns 31'T] umeror murpomacmrab, mostTomy B
HaHOMATepuajax ux wuaeHTudUKanus npobiema-
THYHA [JAKe IIPU DIEKTPOHHO-MUKPOCKOIIMIECKOM
HCCIIeN0BAHUY BHICOKOTO PA3PEIIeHus.

Mexanusm 3I'TI peanmsyercsa rmyrem o6pasopa-
HHA W B3aUMOEHCTBHS 3€PHOTPAHUIHBIX AUCIOKA-
muit (3I']]), koropeie amub0 CAMOCTOSTEIBHO, JUGO
BMecTe ¢ pemerounbivu auciaokanuamu (PJ1) dop-
MUPYIOT CTpyKTypHBIe ocobemuoctu 3ITI [8 - 11].
WMwmes manwiii BexTop Broprepea, 3I'/l, o6magaror 60-
Jiee BBICOKOM MOABMKHOCTLIO, yem PJII. 9ro naer
OCHOBAHWS IIPEJIIOIArarh, YTO B YCIOBUAX Orpa-
HUYEHNS BPEMEHHOTO WK IPOCTPAHCTBEHHOTO (haxk-
TopoB gedopmanus o mexanuszmy SI'II 6ymer mo-
MUHHUDPYIOIIEH II0 CPaBHEHUIO ¢ gedopmanueir B
ofbeMe 3epHa, peaTnu3yeMou TOIbKO ¢ yaactuem PJI.
ITosromy mexanmam SI'II npusieraer moOBBIIEHHOE
BHUMAaHWE DU U3yIEHUH IIPOIECCOB AedopMaruu B
HAHOKPHUCTAINYECKAX MaTepruaiax u upu o6pabor-
K€ KOHIIEHTPHPOBAHHBIMH HCTOYHHKAMU SHEPTUH
(ocobeHHO MMITYIBCHOTO AekicTBuA) [12 — 17].

B cBsi3m ¢ 9TMM OCHOBHOU LENBIO KCCIIEN0BAHUSA
ABWJIACH PaspaboTKa u anpobanus MEeTOTUKH OIeH-
KU BEJWYWHBI AeopMaIii B METAIMIYECKUX CILIA-

Bax IIPU WMILyJILCHOM JIA3epHOM 00JIydeHuw, IpoTe-
ramworen mo mexanusmy SI'TL.

O6pasnpl ¥ METOABI MCCAETOBAHNAI

B kauecrBe 00bekTa HCCIENOBAHUA HEOOXOIHUM
OB HEKOTOPBIA MOIEILHBIA MATepHas, yA0OHBIN
CO CTPYKTYPHOU TOYKH 3PEHUA I U3YIEeHUSI KOH-
KpPeTHOH IIpOo6JIeMbl JIOKAIBHON ILJIACTHIECKOH Ie-
dopmarnmu npu nazepuoi obpaborke (JI0). Ymob-
CTBO B JAHHOM CJIy4ae 3aKJI0YaJI0Ch B OTCYTCTBHU
haKkTOpPOB, MPEATCTBYIOIIUX MPOABICHUI) MeXa-
mmsma 3['T1. B ragecrBe Takoro marepmana 65110
BI6paHO apMKO-}Kene30 ¢ ogHodasHOH (heppUTHOU
CTPYKTYpoi u pasmepom 3eper 20 — 80 mrm (puc. 1).
Becn yrinepox B o6pasuax apuro-xenesa (me 6oiee
0,01 % macc.) pacrBopen B pemierke Fe. Bropuunsix
daz yrireposa B apMEo-:&eiese He 06pasyer, mo3TOMY
npu gedropmanuu 6yayT HabI0IATECT TOJIBKO MexXa-
HUBMBI, peaju3yeMble B MaTpune ciuiasa [18]. Ecnu
Te3UC 0 AOMHUHHpYmen pomu mexanmusma 3[11 B
YCIIOBHAX CBEPXCKOPOCTHOTO HATPEBA U  OXJIANK-
meHua npu umiyiabcHow JIQ cupasepnus, TO mpu
MUKPOCKOIIMYECKOM HCCIEJA0BAHUU CTPYKTYpHBIE
0COOEHHOCTH HTOTO0 MEXAHW3Ma [JOJIEHBI XOPOIIO
[POIJIAABIBATHECA B IPUTPAHUIHEIX 06 beMax apMKoO-
JEesesa.

Jlazepuyro 06paboTky 00pasIOB BBIMOIHIIA HA
1a60PATOPHON YCTAHOBKE MMILYJILCHOTO JEUCTBHSA C
sHeprued B umnynsce E; < 30 I, nauTeabHOCTHIO
muMITybca mopanaka 1073 ¢ u II0THOCTHI0 MOIITHOCTH
W, = (1-5) - 10* MBr/m?,

Mugpocrpykrypabie ucciemoBanus 06pasoB
IIPOBOAMIINA C HCIIOJIb30BAHHEM METOJUK OIITH4Ye-
CKOU Merayuiorpaduu, a TakKe HA CKAHUPYIOLIEM
aieKTpoHHOM MuEpockomne (POM) Quanta 200 (FEI

Company) B pexmMe  BBICOKOTO  BaKyyMa
(P<1,5-103Tla).
OIIEKTPOHHO-MUKPOCKOIIMYIECKAA  ATTecTanus

[I0Ka3aJyia, 9YTO B 30HEe jiazepHoi o6paborku B 3aBu-
CHUMOCTH OT IVIOTHOCTH MOIITHOCTHU U3JIy9YeHUA uMeeT
MecTO MOpP(OIOTHYIecKoe MHOTo00pasue CTPYKTYP.
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Puc. 1. VcxogHaa MUKPOCTPYKTYpa apMKoO-Kelesa 10 Ja-
3€pHOT0 0OIyUeHNs, ONITUYeCKas MUKpocKonna, X500

Fig. 1. Initial microstructure of Armco iron before laser
treatment by optical microscopy, X500

Moryr ObITh II0JMy4Y€HBI TAKHAE THIILI CTPYKTYD, KAK
dparmenTUpoBaHHAA, UrOJbLYATAHA, Y/ALTPAMEIKO-
3epHuUCTad, cMemannais. PopMupoBaHue Kasmaou U3
HHUX CBA33HO C JOMUHHPYIOIIEH DOJILIO OLpesesieH-
HOI'0 MeXaHu3Ma HePaBHOBECHBIX (DA30BBIX IIEpexo-
nos [14, 19]. B nwbom cinygae Hano:xeHue (PasoBbIX
npeBpaiesuy Ha mnporecc aedgopmaruu B 30He JI0O
HE [I03BOJIAET PeAM30BATh OCHOBHYIO [IeJIb paboThL.
Yrober uzbesxars 5TOr0, HAGIIOIEHHS ITPOBOIUAIN
TOJIBKO B 30He Tepmudeckoro Biausaua (31TB) nasep-
HOM 06paboTKu, IIe TeMIeparypa Harpesa He Ipe-
poimana 700 °C, mostromy (pa30BBIX IIpEeBPAIEHUH B
3TOM 30HE He HABGIIIAI0Ch.

PesynbTaThl B BHX 00Cy:KIAeHHE

XapakTepHbIe 3JIEMEHTHI MHKPOAedOpManuu B
[IPUTPAHKUYHBIX MHEPOOHHEMAX HOCTOBEPHO HAEH-
tudunupyorcs B 3TB nasepuoit o6paborku apm-
Ko-)xene3a. Heroroprle ux BUABI IPEACTABIEHBI HA
puc. 2: cryneHYaThie TPAHUILI (puc. 2, @, MOKAa3aHbI
CTpEeJKaMu); 30HBI akkomomanuu (puc. 2,6, rmoka-
3aHBI CTPEJIKAMU, PUC. 2, 2, KPAUHAA PaBas CTPe-
K4, HAIPABIGHHAA BHW3), HCYE3HOBEHHE I'PAHUIL
(puc. 2, 8, morazano 6ykBok A); IIOSBIEHHWE HOBBIX
BBICOKOYTJIOBBIX TPAHUI[ HA MeECTe MAIOYIJIOBBIX
(puc. 2, 2, ABE CTPENKU CIEBA, HAIIPABIEHHEIE BBEPX
¥ BHU3); pa3BopoT 3epeH (puc. 2, 2, mokazano 6yx-
Bo# B).

W3 nepeuncnennnix snemeHToB MURpOxedopma-
nuu K «guctomy» ST MOKHO OTHECTH TOJBKO CTy-
[IEHYATOCTH I'PAHUL, KOTOPad (POPMUPYETCA HUCKIIIO-
gurenpHo ¢ ygacruem SI'JI (em. puce. 2, a). Ocranb-
HBIe CTPYKTYpPHBbIE HpuU3HAKK gedopmanuu popmMu-
pytorca ¢ yaactuem kak S, Tax u P [8, 10, 19].
Hanpumep, soubr akkomomamuu (cm. puc. 2, 6) dop-
Mupyorea npu cromienuu PJII B npurpanmgHOM

obbeme. VcuesHOBeHHE BBICOKOYIVIOBBIX TPAHMUIL
(cm. pumc. 2, 6, 6yka A) mabaromaercda Torma, Korma
npu O6JIATONPUATHBIX OPHEHTHPOBKAX COCETHUX 3e-
PeH B Pa3AedONled WX TPAHUIE B3aMMOIEHCTBHE
3I']] conpoBos&aaeTcsa NX AHHUTHIIAIMEH C HCILyCKA-
uuem P B o6bem 3epua. A popMupOBaHHE HOBBIX
BBICOKOYTJIOBBIX Tpanutl (cM. puc. 2, 2) 06yCI0BI€HO
noBbIeHueM IoTHOCTH Pl B MasioyriioBoi rpasu-
Iie, YTO IPHUBOAUT K II€PECTPOMKe TPAHMIIBI ¢ 00pa-
30BanmeM B Heu akkoMoparuoHHbIx SI'I. M3 sTux
JAHHBIX CIIeIyeT, YTO IJIA CO3MAHUS U Peaau3aIun
METOIUKHN KOJUYECTBEHHOUW OIEHKHW BEJIMYHMHBI JIe-
dropmarmu, IPOTEKAOIIEH 10 MEXAHU3MY «IHCTOTO»
3I'TI, B KayecTBEe MOAEIHLHOTO 0OBEKTA MOTYT OBITH
HCITOJIb30BAHBI TOIBKO CTYIIEHIATHIE TPAHHUITEL,

OKCHEePUMEHTAIBHBIA  METOJ  HCCIeI0BAHUS
3I'TI ocHOBaH Ha ONpemeleHWH pa3Mepa BeKTOpa
casura P, feficTBrE KOTOPOTO HepeMeIaeT OaHO 3ep-
HO OTHOCHTEIBHO [IPYTOTO BIOJEL O6IIed IoBepx-
HOCTH TpaHunbl IlycTh mexaproBa cucremMa KOOp-
JUHAT IPUEKPEIUIeHa K ocu AedyopMaruu ¢ U K IIoc-
KOCTH IIOBEPXHOCTH MUKPOCEYEHUSA, OPTOTOHATBHOMN
0. Bexrop cverenus P B 3T0U cucreMe umeer KOM-
MOHEHTHI: I — HANPABIEHA BAOIL ocu maedop-
MAIiW; U U W MEePIeHIuKyIAPHbI ocu aAedopManum
M JIeEAT B IUIOCKOCTH MHEPOCEIEHHS. Pacrmoo-
JKeHue BeKropa P Ha rpaHuile moKazaHO Ha puc. 3,
M3 KOTOPOTO BHIHO, YTO JJI IIOJHOTBI OIIpeiese-
HHSI OPHMEHTAIIMM TPAHMIIEI HeOGXOMMMBI eIne ABa
yriia— @ u 6.

B nureparype peroMenHnyoTca pasindHBIE CIIO-
co0bI ompeneneHus BeIUYUHBI KePOPMALU €31y,
obyciosnennou SI'TI, u BKIaga IpoCcKanL3bIBAHUA B
0011y nedopManuIo €y, Kaxapli 3 HUX OCHOBaH
HAa OIlEHKe HEKOTOPBIX KOMIIOHEHTOB BEKTOpA IIOJ-
Horo cmemenus P TouHoe ornpenenenue BeIUIUHBI
BeKTOpa P B IOJMEPHUCTAIIINIECKUX COCNUHEHUAX
— CJI0KHAA MHOTOIIApaMeTpudecKkas sajgada (¢ ma-
pameTrpamu u, v, w, ¢, 8), Koropas moxer ObITH pe-
IIIeHA TOJBKO B DKCIEPHMEHTAX CO CIIEIUATbHBIMU
momemamu, Kpome TOTO, 5Ta MHOrOmapaMeTrpHie-
CcKasA 3amada JOJKHA PEeIarbea A KaKI0or0 Ha-
6uromaemoro oraensaoro akra SI'TI, T.e. Ha orgenn-
HOM y4JacTKe rpaHuilpl 3epua. [logo6ubie mpobiaembl
JOJIKHBI PEIATHCA B CIIEITUANBHBIX UCCACIOBAHUAX
B obiacru ¢usukm TBepaoro tena. /s mocrasieH-
HOM L[eJIX NOCTATOYHO OLIEHUTEH OOINMHI BO3MOMKHDBINA
yposeus gedopmanmu B 3TB JIO, koropas peanusy-
erca o mexanusmy S['11. [Tosromy B annoil pabore
WCIIOJb30BAIA METOAMKY ompexaenenus aedopma-
OWH €30 110 KOMIIOHEHTE 1. Ke ocobeHHOCTh COCTO-
WT B TOM, 4YTO, IIOCKOJBKY HAarpasienue medop-
MaIiy B KQXKIOM 3epHE IOJUKPHUCTAIA TOYHO He
ompeneieHo, KOMIIOHEHTA I OPUEeHTHUPYETCA He II0
ocu medopMaryu, a OPTOTOHAIBHO IJIOCKOCTH Tpa-
HUIBL. B 5TOM ciIyyae KOMIIOHEHTA 1 paBHA ITUPUHE
CTYIEHN I'PAHMIIBI 3€PHA B IUIOCKOCTH MUKpOILIAga
¥ MOKET GBbITh JIETKO OmpenesieHa MeTaniorpadu-
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det | vac mode
8.4 mm ETD |High vacuum

L

———50 ym

vac mode

30.00 kV[1 311 x| 8.4 mm | ETD [High vacuum

Puc. 2. Crpykrypuble mpossaenus Mexanusma 311 mpu nasepHoi 00paboTke apMKo-&enesa: a, 6 — ONTHIEeCKAd MUKPOCKO-
nws, X850; 6, 2 — CKAHMPYIOINAT JMEKTPOHHAT MUKPOCKOIN; ] — 30HA OIIaBIeHua (1azepHbIN Kparep); 2 — 30HAa Ia3epHoH

3aKAIKH; 3 — 30Ha TEPMUYIECKOI'0 BIUAHNIA

Fig. 2. Structural features of the GBS mechanism upon laser treatment of Armco iron: ¢, b — optical microscopy, xX850;
¢, d — scanning electron microscopy; I — melting zone (laser crater); 2 — laser hardening zone; 3 — heat affected zone

YeCKH C MOMOIIBI0 cTepeoMeTpuu. B CBOWO ouepens
KOMIIOHEHTA W CTAHOBUTCHA MAPAJICIBHOM JIMHUN
TPAHMIIBI, 4 KOMIIOHEHTA U COXPAHSET CBOK OpHeEH-
TAIWI0 HEW3MEHHOW. lIpuMBA3Ka cHCTeMBI KOOpIH-
HAT BEKTOpA cMereHus P K TPAHUTIHOM IUHWH, 4 He
K ocu pedopMaIiuy yCTpaHaeT HeoOXoauMOCTh BBe-
JEHUS JOMOTHATEILHOM TIOCKOCTH MUKPOCEYeHUA.

Ilocne Takux nmpeobpasoBaHuil jA LpaKTHYIE-
CKOTO OIIpPEeIeIeHUA KOMIIOHEHTBI I; MOKHO HCIIOJh-
30BATH M3BECTHBIA CTEPEOMETPUIECKHUNA METO]] CEeKY-
mux. MsMepeHHBIE KOMIIOHEHTHI I; CYMMHPOBAIA
Ha BCEX TPAHUIIAX, [TIEPECEKAEMbIX BUPTYAILHOU Ce-
Kylied usBectaou 1uHbl /. Cexylpre HAKIAIBIBAIN
Ha U pPoBoe mM3obpaxenue MUEpoOpeabeda, Moiy-
gennoe B POM. Hanpasnenue cexymmx BriOupaiu
MAKCHMAaJIbHO MMApaLIe]bHO OcH AedopMariviu, Ko-
I7ia HAMpaBIeHHEe STOW OCH MOKET ObITh NpubiIu-
3UTEJIBHO OIPEIeIeH0 XAPAKTEePOM CTPYKTYPHBIX
ciaenor pedopmarium. WuriocTparnus MpUMeHeHUs

Merofa miisa onpeneneHus Aed)OpMAaIlu M0 KOMIIO-
HEHTe 1 IPUBENEeHA HA puc. 4, rae MOKa3aHb! (par-
MEHT Ceryinei AB, mepecekamlel TpaHuIly 3epHa,
¥ PACIIOJIOKEeHNE KOMIIOHEHTHI 1; BeKTopa P;.

Cne/:[yeT OTMETHUTDb, YTO IIPHU 3KCIIEPHUMEHTAJIb-
HBIX MHKPOCKOIMYECKAX WCCICOBAHUAX HE BCETa
MOHO Y€TKO PasrpaHuvIuTh CTYyIIeHIaThIe TDAHUIIBI
M 30HBI aKKOMOAIMH, T.e. «urcroe» SI'1I m axko-
MOJAIMOHHOE IIPOCKAIb3bIBaHME. 'Teoperudecku
CTyHeHJYaTas TPAHUIA OCTOSHHA IT0 BBICOTE, 4 30HA
AKKOMOJAIINY IIEPEMEHHA U uMeeT (POPMY TPEYTOIb-
HHUEKAd, BBITAHYTOI'O BAOJL I'DAHUIIDLIL. Ha IIPDAKTHUKEe
JKe WX 4acTo ObIBAeT TPYAHO pasgenuTsh (CM., Ha-
mpuMep, puc. 4), HO3TOMY IPH SKCIIEPUMEHTATBHON
anpobanuu METOAWKH B KadectBe 06bexToB SITI
6]:IJII/I orpenesyieHbl WM CTylleH4darble TpPaHulbl, KU
30HBI AKKOMOJIAITHH.

Jlna raxmoro mceinenyeMoro obpasma mpuMeHs-
JI HECKOJIBKO CEKyIIUX OJMHAKOBOU JJIHUHBI, HO KO-
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Puc. 3. Cxema 3epHOTPAHUMHOTO IIPOCKATIL3BIBAHUA 3epeH 1
u 2 mox ZelicTBHEM BeKTOpa cMelleHus P ¢ KoMIIoHeHTaMU U,
U ¥ w; 0 — 0Cb AeicTBud HanpskeHua gedopmanyu [4]

Fig. 3. A scheme of grain boundary sliding of grains I and 2
under the action of the displacement vector P with compo-
nents u, v and w; 0 — axis of strain stress action [4]

smgecTBoM He 6onee cemu. Benumauny nedopmanmm,
eizBauuyi0 3111, paccanrhiBanu 1o gpopmyie

1 _
€3ra = zzul =N,u,, 1

i

rae N; — KOJIWYEeCTBO 3€PEH HA eAUHUILY JUINHEI ce-
KylLied npu HyjieBou pedropMariuu; i4; — yCpemHeH-
HO€ 3HAYeHWEe KOMIIOHEHTHI ¢ AJd KAKIOU CeKyIeu.

O6brauo mexanmam 3I'II xapakrepen s ma-
JIBIX CTeleHeu fedopManuu, U BO BpeMsa MexaHude-
CKUX HCIBITAHUN OLEHHUBAETCA €r0 BKJIAJ B OBIILyI0
neopmanmo. B ciyaae paccmarpusaemoit JIO apm-
KO-)Kese3a He ObUI0 00HAPYKEeHO CTPYKTYPHBIX LIPH-
3HAKOB IPYTHX MEXaHHU3MOB I[e(i)OpMaHI/II/I B 30HE
TEPMUYECKOTO BIUAHUA (HAIPHUMED, JHUHUN CKOJIb-
JKEeHMA, IMoJoc aedopmarium, moiaoc cbpoca, Kiu-
HOBUJHBIX CRJI3J0K, JABOWHUKOB, MUTDHUPYIOIIHUX
IPAHMI, PEKPUCTAIUIM30BAHHBIX 3€PeH H T.IL).
CrnepoBarensHO, B 9TOM ciiydae moiHas pedopma-

¥ SKBUBAICHTHA 36PHOTPAHUYHOMY CKOJIBEKEHUIO:
806111 = €3711

CorsacHO yCIOBHUAM HCIIONB3YEMOM METOIUKH,
IIPH OIIPEIETIEHUHU KOMITOHEHTHI 1 CEKYIIUE AOKHbI
OBITH HApALIENbHBI BEKTOPY 3eKTHBHON HATPYS3-
ku. Parrudecku Mbl OpeANogaraeM, 4TO IIPH HM-
IyJIbCHOM JiazepHOW 00pafoTke HaINpsKeHUS Ieu-
CTBYIOT PAgUaIbHO OTHOCHTEIBHO JA3€PHOTO MATHA.
Bce cekymme 6num pacmosnoseHbl B 3TOM HAIIPAB-
JIeHMH, uX AjuHAa — oxuHAaroBa: [ = 200 mEM.
Cegrymme Hamocuiau BUPTyaIbHBIM o6pasom. Ilpo-
rpammuoe obecnedenue xT microscope Control
COM «Quanta 200» mosBonsger mejaarb 5TO HEIIO-
CpeACTBEHHO HA MugpoBoM wm3obpaskeHuu HabI0-
IAeMOM IOBEPXHOCTH, 3aJaBaf KOMIIBIOTEPY Ha-
[IpaBJeHUE U Pa3Mep CeKyIIeH.

Bruio nporecruposano 11 06pasmos, HA KAKIOM
13 KOTOPBIX IIPOBEJEHO II0 CeMb CeKyIux. Pesymin-
TATHI W3MEPEHWH W PACYETOB IPHUBEIEHBI B BHIE
ructorpaMm Ha puc. 5. J[JIrHa Kama0H KOMIIOHEHTHI
v (BCeX YYTEHHBIX SJIEMEHTOB) HAXOAMJIACH B MHTEP-
Base or 1,5 1o 4,5 MEM.

Crnegyer orMeTwTh, YTO B IAHHOM WHTEPBAJE
3HAYEHUA KOMIIOHEHTHI U; 11 «aucToro» 3111 u 30H
AKKOMOAAINY PACIPeIeIeHbl HeOqUHAKOBO: 60ib-
e U3 HUX [IPUHANIEKAT 30HAM AKKOMOAAIWH,
MEHBIIIHE — 3E€PHOTPAHWYHBLIM CTyIeHbKaM. [lisa
3epHOrpanm4dHbix crymneser 1,5 <wu; <2,6. Ucxops
n3 MexaHumsMa o00pa3oBaHHMA 30H AKKOMOAAIWH,
MOJKHO II0JIaraTh, YTO OHU MPEICTABIAIT COO0U
OYEHB II0JIOTHE CTYIIEHH, Y KOTOPBIX 60JIbINTAA 4aCTh
BEKTOpA cMeIeHua P NpuxXoguTcs UMEHHO HA KOM-
[IOHEHTY %, & ABE APYTHUX KOMIIOHEHTHI (U U w) He-
3HAYUTENbHEI, T.e. |P| ~ U, Has 3epuorpanuy-
HBIX CTYIIEHEH CPeJHeCTATHCTHIECKOe PacIperese-
HHEe Bekropa P 1o KOMIOHEHTAM HWMEeT BHI:

Puc. 4. Cryneruaras rpanuna B 3TB JIO apmko-xenesa (a, IoKasaHa CTPEIKON) U METOAMIECKII IIPUMED ONIPeIeIeHuI KOM-
TIOHEHTH! ; BeKTopa cMelienud P, (6); AB — dparMeHT cekymmied AmuHe! L

Fig. 4. Stepped boundary in the HAZ of Armco iron (e, shown by an arrow) and a methodological example of determining the
component u; of the displacement vector P, (b); AB — fragment of secant length L
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Yacrora pacnpegenexus
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CpegHue 3HayeHWA KOMNOHEHTHI & (MKM) 13
COOTBETCTBYHLLMX WHTepBanos wupuHoi 0.5 mkm

16
14
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1 15 2 25 3 35 4 45 5 55 ©
CpenHue pacueTHble 3HaueHus gedopmauuu, %

Puc. 5. Crarucririeckie JaHHbIE SKCIEPHMEHTATBHBIX U3MEePEHIH KOMIIOHEHTHI &; BeKTopa fedopmariun P (@) U IomLydeHHBIX
110 HUM PACYeTHBIX 3HAYEHUH OTHOCUTEIBHOH AedopMaIun expp (6)

Fig. 5. Statistical data of experimental measurements of the component u; of the strain vector P (a) and calculated values of

the relative strain (eggp) obtained on their base (b)

u=v=w Torma |P|=u3 u wmakcumaabHOe
CPeHECTATUCTHIECKOE 3HAYEHHE BEKTOpPA CMelle-
HUA [JIA 3€PHOTPAHUYHBIX CTYIIEHEK ClleAyIoliee:
P =l 1,732 =26 1,732 = 4,33 mem. Ono
IIOYTHU COBIIaJaeT ¢ MAKCHUMAJIBHBIM 3HAYEHUEM KOM-
[OHEHTBI 1 A 30H arkomomaruu: |P|~u,. =
= 4,5 MEM. ITO TOBOPHUT O TOM, 4TO OIEHKA aedop-
MAlMH €30 [0 COBOKYITHOCTH <«4HCTOIO» K AKKO-
MOJZAIIUOHHOTIO IIPOCKAJIbL3bIBAHUA HCXOAd M3 MAaK-
CAMAJIbHBIX 3HAYEeHHUH KOMIIOHEHTBI U (i)I/ISI/I‘{eCKI/I
onpasjaHa.

HO HU3MEPEeHHbIM 3HAYCHUAM U; HAXOAWUJIH BEJIN-
YHHY €30 MUIA KAMKIOU CEKYIeH B COOTBETCTBUU C
Boipaxxenuem (1). Paz6poc monydeHHBIX 3HAYEHUU
e3pr cocraun 1,2 — 5,9 %.

3arIoYeHne

Pesynprarer sKcniepuMeHTANBHBIX HCCIEXOBA-
HUH, U3MEPEeHUN 1 PaCYeTOB, BBIIIOJHEHHBIX B COOT-
BETCTBUU C IPEMJIOKEHHON METOAMKOM, [T0KA3LIBA-
10T, 94TO 00IIas miacrudeckas gedopmarya €, B
30HE TEPMHUYECKOTO BIHMAHHUA JIa3epHOW 06paborTru
apMKo-Kesesa mpoxoaut 1o mexanusmy SI1I u He
npessiuaer 5 — 6 %. llonyyeHHbIi pe3ynbraT He AB-
JIAeTCH HEeOMKUAAHHBIM, IIOCKOJIBKY B 9TOH 30HE He
O6bUI0 OOHAPYKEHO CTPYKTYPHBIX IIPU3HAKOB BBI-
COKOU WJIM CpefHeU CrereHu AeopMaluu: u3Me-
HeHusi (popmbl (HAIpPUMEpP, BLITATUBAHUA B Ha-
MpaBiieHuH AeOPMAIMK) WIH W3MelbueHus ([pu
perpucrayumsanuu) 3eped. I[Iporecc mamensaeHus
CTPYKTYPHBIX SJIE€MEHTOB IIpH uMityjibcHOU JIO wmH-
TEHCHBHO I[POUCXOAUT B 30HE JIA3€PHOU 3aKAIKU
(cm. pumc. 2, 30Ha 2). ITO ClIeACTBHE NPAKTHICCKH
OHOBPEMEHHOI'0 [JEUCTBHUS TAKUX (PAKTOPOB, KAK
¢dasosbie npesparneHus, (Pa3oBbIA HAKIEN W TEp-

MUYECKHEe HAIIPSMKEHWS, BRJIAA KOTOPBIX B OOIyI0
IJIACTUYECKYI0 AeOpMAaIuI0 €y, B 30HE JIA3ePHOK
3aKAJIKH, [I0-BUAUMOMY, MOKHO OLPENeIUTh TOIBKO
TEOPETHIECKH.

BaarozapaocTR

Hccnenosanume Bemonaeno 8 ®I'BOY BO «<HHUY
«MBOHW» 3a cuer rpamra Poccuiickoro maydmHOro
douga No 22-19-00590, https://rscf.ru/project/22-19-
00590.
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SJIEKTPOIIJIACTHUECKHAHN 3®PEKT B TUTAHOBBIX CIIJIABAX
ITPU UX PACTAREHNN

© Ougaer Erenneumu Kopoasko®, Muxaun Augpeesud Ilaxomos,
Baagumup Baanuvuposua Crosnsapos

Wucruryr mammuoBenenus uM. A, A, Brarompasosa PAH, Poccua, 101000, Mocksa, Mansiii XapuToHbeBCKUH Hep., X. 4;
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Hpunama k nybaurxayuu 26 mas 2022 ¢,

Anexrpomnacrudeckuii sgpdert (IIID) — sapmerue, Tpu KOTOPOM HaBIIOIAETCI CHIKEHUE CO-
TIPOTUBICHUI MeTalna AedopMaIiuy, a Takke YIYUIIIeHHe €T0 ITACTHIHOCTA IR BIUSHUEM
3IEKTPUYECKOTO TOKA JOCTATOYHO BBICOKOH wioTHocTH [1]. Iens paborer — cpasuenue nedop-
MallHOHHOTO IOBEIeHNT 0THO(AZHOTO TexHIIecKn uncToro Tutana Grade 4 u nByxdassoro Ta-
TaHoBoro crtaga BT6 mpu pacTskeHNN ¢ BBeIeHUEM UMILYILCHOTO TOKA 1 BHEIITHIM HATPEBOM.
Tox pasmuaHON CKBAYKHOCTH U IUIOTHOCTH IIOJBOJIIN K 3aXBAaTaM Pa3pHIBHON MAITUHEL OT AM-
IyJILCHOTO TeHepaTopa. s OIeHKN OTHOCUTENIBHOTO BKIANA JICKTPOILIACTHYICCKOTO adiderTa
TIPH IIPOIIYCKAHNHN TOKA B CHILKCHIE HAIPSKCHUN TEUCHU Ha MaTePUANIbI BO3ACHCTBOBAIN TAK-
JKe TEIUIOBBIM UCTOUHUKOM. MHKPOCTPYKRTYpY 06pasioB B rooBke ob6pasia u B6asu obaacta
Pa3pyIIeHU B IIPOJOILHOM CEUCHUN HCCIETOBATH METOLOM ONTHICCKOM MUKPOCKOIIAH. JIeKT-
pomnacTiaeckni 3pekT B HeCIeNOBAHHBIX MATEPHANIAX IIPOABIIANCT Ha KPUBOH PACTI/KCHU B
BUJE OTJCILHLIX CKaYKOB HAIPIKCHN TEUCHU BHU3 IIPX TOKE BHICOKOH CKBasKHOCTH U B CHU-
JKEHUN HAIPSKEeHUA TeUeHUs U AepopMalMoHHOT0 YIPOUYHEHU, YBeIHUeHUN TLIACTHIHOCTH
TIPH UMILYIBCHOM TOKE HUSKOH CKBasKHOCTH. ¥ CTAHOBJIEHO, UTO IIPH PACTREHIHN 00pasIia ¢ Bo3-
JIeHCTBHAEM TOKA IIPOUCXONUT GOMbIIIee CHIDKCHUE HATIPA/RCHUH TeUeHU, YeM IIPH BHEIITHEM Ha-
TpeBe, IPH OAUHAKOBON TEMIIEpaType B 000HMX MaTepHaIaxX. JT0 MOATBEPKIACT aTepPMUIECKYIO
TIPHUPOY BIUSHUA UMILYJILCHOTO TOKA. KpuUTHueckas IUIOTHOCTH HMILYJILCHOTO TOKA BBICOKOI
cxBaskHOCTH (¢ = 5000), IIpH KOTOPOI IPOABIIETC HIEKTPOILIAacTAICCKUH adekT, I cInaBa
BT6 B npa pasa Hmxe, ueM 11 Grade 4. IIpu 0IMHAKOBBIX peskIMAaxX UMILYIBLCHOTO TOKA HATIPS-
skeuus Teuennsd aaa BT6 cumxarores Gomnbine, wem ama Grade 4. UMy IhcHBINR TOK BBICOKOH
ckBaskHOCTH B ciitaBe BT6 BhispiBat aHoManbHEIN 9dyekRT yIpouHeHN:, (hPH3MIecKas IPUPoaa
KOTOPOTO HY:KIAeTCd B JONIOMHHUTEILHOM HccnenoBaHuu. Mcrmonb3oBaHHbIE PESKAMBI UMILYIh-
CHOTO TOKA He IIPUBEIN K 3aMETHBLIM TIPU ONTUIECKOM YBEIMUCHAN CTPYKTYPHBIM H3MEHEHUIM
PacTATUBAEMEBIX 00PA3IloB, KpOMe UCUe3HOBEHNU TBOMHUKOR U BRILCICHUS YacTHI IpuMecei B
Grade 4, a Tak:xe cepouguzaiuu sepe 8 BT6.

KmodeBble caoBa: saeKTPOIIacTUIecKuii 5(ppeKT; UMIYIBCHBIN TOK; PACTIKEHUE, TUTAH;
MUKDPOCTPYKTYpA.

THE ELECTROPLASTIC EFFECT IN TITANIUM ALLOYS UNDER TENSION
© Oleg E. Korolkov*, Mikhail A. Pakhomov, Vladimir V. Stolyarov

A. A. Blagonravov Mechanical Engineering Research Institute of the Russian Academy of Sciences, 4, Maly Kharitonievsky
per., Moscow, 101990, Russia; *e-mail: korolkov_oleg@vk.com
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The electroplastic effect (EPE) is a phenomenon which consists in a decrease in the strain resistance and
enhancing of the plasticity of metals under the effect of the electric current of a sufficiently high density
[1]. The goal of the study is to compare the deformation behavior of single-phase commercially pure tita-
nium Grade 4 and two-phase VT6 alloy under tension and external heating with introduction of a pulsed
current. Current of various pulse ratio and density was supplied to the grips of the tensile testing machine
from a pulse generator. To estimate the relative contribution of the electroplastic effect during passage of
current to the reduction of flow stresses, the materials were also exposed to external heating. The
microstructure of the samples in the sample head and in the vicinity of the fracture region in the longitu-
dinal section was studied using optical microscopy. The electroplastic effect in the studied materials is
manifested on the tensile curve through individual jumps in the downward flow stress at a high pulse ra-
tio, whereas at a low current pulse ratio a decrease in the flow stress and strain hardening and increase in
the plasticity are observed. It is shown that tension of the sample under the effect of current results in a
greater decrease in the flow stresses than that observed under external heating at the same temperature
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for both materials. This confirms the athermal nature of the pulsed current effect. The critical density of
the high pulse ratio current (¢ = 5000) capable of providing manifestation of the electroplastic effect is
two times lower for a VT6 alloy than for pure titanium Grade 4. Under the same pulsed current modes,
the flow stresses for VIT'6 decrease more than for Grade 4. Pulsed current of high pulse ratio caused an
anomalous hardening effect in a VT6 alloy, but the physical nature of this effect requires an additional
study. The pulsed current modes used in the study did not lead to any structural changes noticeable under
optical magnification in the samples under tension, except for the disappearance of twins and separation
of the impurity particles in Grade 4 and spheroidization of grains in VT6.

Keywords: electroplastic effect; pulsed current; tension; titanium; microstructure.

Beenenne

CywmecreoBanue JIID Buepsnie 6bUI0 yCTAHOB-
JIeHO npu pedopManuu PACTSKEHHEM MOHOKPU-
CTAJUIOB IWHKA B yckopuTene uactur [1]. B pabore
[2] paccMOTpeHBI BOIIPOCHI TEILIOBOTO PA3yIIpPOYHe-
HHS ¥ HOAPOOGHO pa3obpaHbl MEXAHU3MEL, JIeKAIHe
B ocuoBe IIID. Ormeuensr Takue 5hdeKTh], Kak
CHJIa HIIEKTPOHHOIO YBJIEYEHUS U HJIEKTPOHHBIN Be-
Tep, AMHAMHYECKHMHA NTHHI-3(PQERT, MeXaHUIeCcKoe
HALPSKEHNE OKOJIO IOBEPXHOCTH Pasjeiia ¥ [UHA-
MHYECKOoe TeMeparypHoe mose. B pabore [3] moxa-
3aHO, 4TO [IOHAEPOMOTOPHBIN HUHI-3((eKT, BOZHU-
KAIUE 0T CKATHA 00pasmoB COGCTBEHHBIM Mar-
HHUTHBIM [I0J€M, BHI3LIBAET BUOPOAKYCTUIECKUE KO-
nebaHusA B IIIHHAPUIECKHX 06pasiax TUTAHOBOTO
ciiasa BT6. Asropsr [4] ucnonb3oBanu pasiudHbie
PEEUMBI UMILYJILCHOTO TOKA ILIPK PACTSKEHHUM LyII-
JIEKCHOU Hep:kaBemled craiu. B 3aBucumocTu oT
BHIOPAHHBIX PEKUMOB HAOIIOIAIUCEH KAK OT/AEIbHBIE
CKAYKU HAIPMKeHUS TEYeHUs, TaK U obInee CHUKe-
HUe HanpssxeHud redennd Ha 25 — 30 %.

B macrosimee Bpems cyiiecTByoT TPU OCHOBHBIE
Teopuwn, obbiAcHAOIHE nercTeue IIID: smexTpoH-
HO-IUCIOKAITMOHHOE B3aWMOJEUCTBUE, JOKATBHBIA
HATIPEB HA CTPYKTYPHLIX HEOJHOPOLHOCTAX W MAar-
HUTOILUIACTHYIHOCTD [5]. DIEKTPOHHO-IUCIOKAIIMOH-
HOe B3aUMOAENCTBHE U MATHUTOILIACTUYIHOCTD II0J-
pobuo paccmorpens: B paborax [1, 2] Meenenys mo-
KAJbHBIA HATPEB HA TPAHWLAX 3€pPeH B JATYHU
70/30, agTopsl [6] oTMedaTH, YTO MATEPUAI C MEHD-
muM pasMepoM 3epHa (GOJBIIEH MPOTAKEHHOCTHIO
TPaHUL] 3€peH) CUIbHEEe pa3orpeBaerci 3a CYeT
I:xoymera serra, 94TO CIOCOOGCTBYET CHHMKEHUIO
HALPSIKEHUA TedeHWus B Iporecce pedopMaruu
roxoMm. Asropamu paborst [7] paspaborans: marema-
THYECKHUE MOJAENH HA OCHOBE IUIOTHOCTH [JHCIIOKA-
OHH, XOPOIIO IIPECKA3BIBAIOIINE PEe3yIbTATHL HKC-
[IEPUMEHTOB € HOCTOAHHBIM U UMILYJIbCHBIM TOKOM.

B papge pabor 3119 nopsepraercs coMHEHUIO.
B [8] morasamo, 94TO0 UMIIYyJILCHBIA TOK BBICOKOU
IUIOTHOCTH I03BOJIAET wW30eKATH IIOSABJIEHUA Tpe-
[[WH, YMEHBIIUTL HANPSIKEHUE TEYeHHUS W yiyd-
wurh Ae)OpPMUPYEMOCTh HPU H3THOEe THUTAHOBOTO
ciiasa Ti-6Al-4V, 4To aBTOPEI CBA3BIBAIOT B OCHOB-
oM ¢ [[;xoyneBsiM HarpeBom. ABTopsl [9] ormevaror
orcyrereue JI1O mpu BHICOKUX CKopocTsx nedopma-
OWH, IPeIoiaras, 9To CyI[eCTBYeT HEKOTOpad KO-
HEYHA CKOPOCTH JBIIKEHUS AHCIOKALIFI.

BoswmosxkHOCTE  mpakTHYecKOro  IpuUMeEHEeHUsd
OIIO B pasHBIX Marepuaiax paccMoTpeHa B pabore
[1]. BoabmuHCTBO aBTOPOB CXOAUTCA HA TOM, YTO,
HCIIONIb3YH TEXHOJOTHUIO SJIEKTPOILIACTHYECKOU [e-
dropmaryu, MOKHO IIPU JOCTATOYHO HUSKUX TEeMIIe-
parypax peOpMHPOBATL METAILIMIECKHE MATEpHA-
sabl. Harpyska npu srom cHmzxaerca po 30 %, mux-
pozedeKThl 3a1e9uBAIOTCSH, [IPYKUHEHNE YMEHbIIA-
ercd [8].

Ocobpii uaTepec upexncrasiser 1D mpu ne-
dropmaruu THTaHA U CILIABOB HA €T0 0cHOBe. Biaro-
IAapsa OTJIMIHOMY KOMILIEKCY (DH3UKO-MEXAHUIECKHUX
CBOWMCTB STH MaTepHa]bl INMHPOKO IIPUMEHAIOT B
A9POKOCMUYECKON, XUMUYIECKOH [IPOMBIIIIEHHOCTH,
npubOpOCTPOSHUH, 4 TAKIKe I [IPOU3BOACTBA Me-
punuHcKnx uMmiuiantatos. Ocobennocts medop-
MALMHK TUTAHA U €T0 CILUIABOB 3AKII0YAeTcd B Heob-
XOAUMOCTH HArpeBa 3aroTOBOK Iieper (popmowms-
menenveMm. Opmaxo Harpes sswime 350 °C compo-
BOXEAercd 00pa3oBaHUEM OKHCIOB HA IIOBEPXHOCTH
nonygabpurara, pocroMm 3epeH u o6pasoBaHueM
anbpupoBarsoro cirod. [lnacruaecran gedopmanms
3aroTOBOK 0e3 HCIOJIb30BAHUA BBICOKOM TeMIepa-
TYPBL 9AacTO COILIPOBOMAAETCH TPEIUHOOGpasoBa-
HHUEeM H BBICOKUM IIDYHHUHEHUEM. BBeI[eHI/Ie AOIIOJI-
HUTEJIIBHbBIX TEeXHOJTOTUYIECKUX OHepaHHfI, CBdA-
3dHHBIX C PEKPUCTAIIIN3AITUOHHBIM OTHHUIOM, yAad-
JICHUEM OKHMCHOM IUIEHKH W aab(pMPOBAHHOTO CJIOA,
YCIIOJKHAET MPOM3BOACTBO TUTAHOBLIX HOLyabpu-
karoB. [ledopmarua ¢ mcmonbsoBanuem J1ID mpum
fojlee HU3KUX TEMIIEPATYpPax MOrjia Obl 3HAYUTENb-
HO YJIYYIIWUTH TE€XHOJOTHUYIHOCTH IIPOU3BOJACTBA H3-
JIeJINY U3 TUTAHA U €T0 CILIABOB.

dnexrpomracrudeckuii 3dperr B uncrom tutTa-
He onmcad agropamu [10], koTopble aHATH3UPOBAIU
BEJIMYVHY KPUTHYECKOH [UIOTHOCTH TOKA, [IPYU KOTO-
poii nposasuserca 5ot 3¢gderr. OrmensHoe BHUMA-
HEe Y[eJI6eHO CKAYKAM B YIPYTrO#M 06JacTH KpHUBOU
pacTsIKeHus, KOTOPbIE ABTOPBI OOBACHIIN TeIio-
BBIM DACIIHPEHWEM BBUAY OTCYTCTBHSH [BISKEHUS
pucnokanuu. Crexyer oTMeTHTh, YTO STO OLHA U3
HEMHOTOYUCIEHHEBIX PAbO0T 10 U3YIEHUIO OTAEIbHBIX
HMILYyJILCOB TOKA B Turane. Vsygenwno J1I9 B crua-
Be Ti-6Al-4V yneneno Bummanwme B pabore [11],
B KOTOPOH PACCMOTPEHO BIHAHWE UMILYJILCHOTO
TOKA HA CTPYKTYpPy ciuiasa. B uccnepoBuuu ucmomns-
30BAJIM PEKUMBI TOKA C PA3IMIHON CKBAKHOCTBIO,
IUIOTHOCTBIO M CKOPOCTHIO JepopManuu. Y CTaHOBIIe-
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Puc. 1. Murpocrpykrypa turasa: a — Grade 4; 6 — BT6

Fig. 1. Titanium microstructure: ¢ — Grade 4; b — VT6

HO, 9TO HMMILyJILCHBIA TOK CIIOCOGCTBYeT pacrBope-
Huio $-aspl U JUHAMHYECKON PEKPUCTAUIN3AINN
a-paser. [Tokasano, 4T0 HAUPSIKEHWA TEYEHHST BO
BCEX CIIy4afxX CHUKAIOTCH, TOTIA KAK yIJIUHEHNEe Be-
zer cebsi HeOTHO3HAYHO — YMEHBIIAETCH IIPY ILUIOT-
HocTH ToKa menee 8,1 A/mm?, a npu 60JIbIIUX ILIOT-
HOCTSX YBEJIUIUBAETCH [I09TH B ABA pasa. KoHkper-
HbIe BBIBOALI O BIMAHUW CKBAJKHOCTH B pabore He
upusepensl. B pabore [12] paccmorpens ocobeHHO-
CTU PACTH)KEHUS HUKEIHUJA TUTAHA C UMILYJIHCHBIM
rokoM. [loKazaHbl CKAYKM HAUPIKEHWUA TEUYCHUS
BBEpPX, KOTOpbIe OOBACHAIOTCA 00paTuMbiM ¢raso-
BBIM [IPEBPAIIEHUEM, [IPOUCXOMAIIAM B PE3yJIbTATE
JIEUCTBUSA TOKA.

Ilens mamHOTrO wHCCHEmOBAHMA — CpaBHEHHE
1ehOPMALMOHHOTO [OBENEHUA U MUKPOCTPYKTYPHI
onHOo(pazHOrO TexHmyecku yucroro turana Grade 4
u aByx(asuoro ciasa BT6 upu ux pacrsxeHuu c
BBEIEHUEM HMMILYJI5CHOTO TOKA PA3HOU CKBAYKHOCTH,
a TAKKE IIPU PACTSIKEHUY C BHEIIHUM HATPEBOM.

Marepuansl 1 MEeTOABI HCCIAEIOBAHUNA

I/ICC.TIGI[OBaHI/IH IIPOBOAMJIKA HA T€XHUYECKU YuC-
tom turane Grade 4 (ASTM F67-06) B Buze npyTra
@6mMm u aByxdasmom turanmoBom cruiase BT6
('OCT 22178-76) B (hopMe IJIACTHH TOJIIHHON
2 M. XUMHAYECKUU COCTAB MATEPUAJIOB IIPE/CTAB-
smed B Tabm. 1. O6a marepuana HAXOIUIUCH B OTO-
SKIKEHHOM IIPH TEMIIEPATYPax COOTBETCTBEHHO 650 1
700 °C cocroaHuAx.

Ha puc. 1 nokazanbl UCX0HBIE MUKPOCTPYRTY-
pot Grade 4 u BT6. Sepua Grade 4 umeror paBHOOC-

Tab6aumma 1. Xummaeckuii cocras Grade 4 u BT6, % mace.
Table 1. Chemical composition Grade 4 and VT6, wt.%

Hy0 ¢opmy u cpegumii pasmep 20 mrm (puc. 1, a).
BryTrpu 3epen 3aMeTHBI YACTHUIIBI OKCHIOB U HHTEP-
MeTaIMI0B 3JIEMEeHTOB, BXOAAIIIKNX B COCTAB Mare-
puana. OrMeuyaercsi HAIWINE TOHKHUX IBOMHHKOB
(morasans! crpenkamvu). Crpykrypa ciiasa BT6 co-
CTOUT U3 MATPHUYHBIX (-3€PEH pasMepoM 2 — 5 MKM u
3epHorpanudHon B-aser (ue 6omee 15 %).

Iunuagpuaeckue u WIOCKHe 06PA3IBI IS PAC-
THHEHHUA U3T0TABIUBAJIN COOTBETCTBEHHO TOUYEHHUEM
U 3IeKTPOUCKPOBOU o6paborkou. Popma u pazvepst
00pasoB 1 PACTAKEHUS [IOKA3aHbI HA PUC. 2,

PaCTH?KeHI/Ie BBIIIOJIHAJIX HA I‘OpHSOHTa.TII:HOfI
paspeBaou mammue MP-5081/20. Haganbubie cro-
poctu menbiTanua cocrasiusan 1,3 u 0,9 mym/mMuH 114
Grade 4 u BT6 coorsercreenno. K zamumam pasz-
PBIBHOM MAaIIWHEI OT TeHEpaTopa IOABOIWJICH HM-
IyJbCHBIN TOK, CKBAMKHOCTH KOTOpPOro ¢ = l/vt =
= T/v = 10, 5000, 10000 u 20000, rue v, T u v —
qacrora, 1nepuon U JJIUTeJIbHOCTh HMILyJIbCa COOT-
BETCTBEHHO. CKBa?KHOCTI: HU3MEHSAIN 34 CHeT Bapua-
OUHU 9aCTOThI U JJINTEJIBbHOCTH UMITYJIbCa.

Pesxuvbl ToKa A8 pasHBIX MATEpPUATIOB BAPbU-
poBasu mo guurenbHOCTH uHMIyabca (v = 100 -
1000 mrc) m ammumurymHou twiotHocTH (j = 10—
860 A/mm?) rakum ob6paszoM, 4To6bI TeMilepaTypa 06-
pasma me mpesbinana 300 °C. 3axsarer o6pasios
H30JIMPOBAIM OT MAIIHUHBI IPOCTABKAMH W3 CTEKIIO-
rekcronura, Temneparypy o6pasua kKoHTpPOIUPOBA-
s npubopom Digital Thermometers UT320 Series
¥ XPOMEJb-aIIOMEIeBOH TePMONAPOd B IeHTpe 06-
pasua ¢ rtogHoCcTEI0 *2 °C, aMIIUTYZHYIO ILIOT-
HOCTH TOKA — C HoMoIpi ocruiuiorpaga AKWM-

Marepuan N C H Fe \% Al Zr Si Ti
Grade 4 0,05 0,08 0,015 0,5 0,4 OcransHoe
BT6 0,05 0,1 0,015 0,6 0,2 4,2 5,9 0,3 0,1 OcranbHoe
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Puc. 2. ®opma u pasmeps! 06pasnos; ¢ — uunuagpudeckue (Grade 4); 6 — mnockue (BT6)

Fig. 2. Shape and dimensions of samples: @ — cylindrical (Grade 4); b — flat (VT6)

Puc. 3. Cxema ucneiTaTensHod yeranopku (I — reHeparop
WMIIYJILCHOTO TOKA; 2 — ocmumiorpady; 3 — 3axpaTel; 4 —
TepMonapa; 5 — usonanua; 6 — ofpaselr) U OCIIIIOrPaAMMA
UMIIYIBCHOTO TOKA

Fig. 3. Scheme of the test setup: I — pulse current genera-
tor; 2 — oscilloscope; 3 — clamps; 4 — thermocouple; 5§ —
insulation; 6 — sample. In the insert is an oscillogram of the
pulsed current

4131/2. Tor BBOmmIICH B ofpaser; A0 Ha4Yanga pac-
TSKEHHSA, KOTOpPOe HAYHMHAIOCH II0cie CTabuiu-
saruu Temieparypsl [l marpesa o6pasma Bo3ay-
xoM wmcronb3oBanu tTexHmdeckmit en MAKITA
HG6530VK. CxeMa HCIBITATENBHOTO CTEHIA IIOKA-
3aHa Ha puc. 3.

Muxpocrpykrypy 06pasios B rooBke ofpasia
(memedropmupoBaHHOU 30HE) U BOIH3n obiacTu pas-
pywenus (zedropMUpyeMOu 30HE) B IIPOAOILHOM Ce-
YEeHUM HKCCIEA0BATN METOMOM OITHIECKOH MHUKPO-
croruu (Olympus Bx-51). O6pasusr upegsapurein-
HO TOATOTABJIUBAIN MEXAHWIECKOH NLIH(POBKOU U
MMOJIMPOBKOM, 3aTEM SJIEKTPOIIOJMPOBKOU MpPHU HA-
upsixennn 35 — 50 B B pacrBope xJIopHOI U yRCycC-
HOH JISASHOU KUCIOT B cooTHOIIeHur 1:4 u xumnue-
CKUM TPAaBJIEHHEM B PACTBOpPE IUIABHKOBOM W a30T-
HOM KHCJIOT B BOZE B cOOTHOIIeHuu 1:2:47.

PesyanTaTrhl HCOBLITAHAHA

ITockonbky medropmarnmonHoe moBemeHME Mare-
puana 3aBUCUT HE TOJBKO OT €ro IIpupoAbl, HO U OT
HHTEHCHUBHOCTHU BBOAUMOTIO HMIIYJBCHOTO TOK4, TO

Hanpmaenne, MIla

Hedopmamns, %

Puc. 4. Kpussie pacraxenus tutana Grade 4 mpu BBICOKOI
CKBAKHOCTH TOKa: I — 0es Toka; 2 — 220 A/mm2, 250 MKc;
3 — 220 A/mm2, 500 mxc; 4 — 220 A/mm2, 1000 mxc; 5 —
860 A/mm2, 1000 mxc

Fig. 4. Tensile curves of Grade 4 titanium at high current
pulse ratio: I — without current; 2 — 220 A/mm?2, 250 psec;
3 — 220 A/mmZ2, 500 psec; 4 — 220 A/mm?2, 1000 psec; 5 —
860 A/mm?2, 1000 psec

OTHEIBHO PACCMOTPHUM DPE3YJIbTATHI, MOIYIeHHDBIe
mpu BeIcokow (¢ = 5000 — 20000) u Huskou (g = 10)
CKBAXHOCTY TOKA I 000MX MATEPUAIOB. Perxumbl
OTJIMYAJINCh W TeMIIeparypol xed)opMariuu, KOTO-
pyro moewimanu or komHatao# 10 300 °C npu cHu-
JEEHUN CKBAMKHOCTH,

Tumarn mapru Grade 4. Ha puc. 4 nokasansl
kpussle pacraxenun Grade 4 6e3 roxa (kpusas 1), a
TAKKE IIPU BO3AEUCTBUAX UMILyJIbCOB TOKA BEICOKOU
CEBaKHOCTH (KpuBBIe 2 — 5).

Hawbonee apxum npossrenuem 9119 npu Bor-
OpaHHOU MOAe TOKA ABIAETCH BO3HUKHOBEHHE HA
KpHUBOH JeopManuu CKAYKOB HANPIKEHUT BHU3 B
YOPYTOU M IJIACTHUYECKOM 30HAX, KaXKABIA M3 KOTO-
PBIX COOTBETCTBYET OTHEILHOMY HMILYJIbCY TOKA.
OrmernM, 9YTO AMIUIMTYAA CKAYKOB HAIPSIKEHUS B
yupyroud objacté BCerga MeHbIIe, YeM B ILIACTH-
geckoi. [Ipm pacrsxenun 6e3 Tora (kpupad 1) u ¢
MHUHEMAILHOHN ILIOTHOCTLI0 220 A/MM? M JjauTeNnn-
HOCTBEO uMILyJIbcoB 250, 500 MKC cKa4yKu OTCyTCTBY-
ot (kpuBsnie 2, 3). C yBeaudeHueM ILUIOTHOCTH TOKA
¥ [JIUTEIBHOCTH HMILYJIbCA MOABIAIOTCA CKAYKH,
AMILUIUTYZA KOTOPBIX IIOBBIMIAETCH OT JECATKOB [0
cored MIla (xpusbie 4 u 5). MoxHO canuTaTh, 9TO
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KPUTHYECKAA IUIOTHOCTh TOKA JJIA IIOSIBJICHUS
CKAYKOB HAIpsKeHus upu ckBaykHoctu ¢ = 5000
(mmurenmsaoctrn 1000 Mkc) cocraBiger 220 A/mm2.
Bunno, uro upoduns crkauka HecuMMETPUYEH U CO-
crouT m3 craguu Gpictporo crazxa (~0,2 ¢) u men-
JIeHHOTO mOoBbImeHus (~4,5c¢) manpsxenus, o00y-
CJIOBJIEHHBIX PA3HOU CKOPOCTHIO HATPEBA W OXJIAIK-
genus obpasna. OueBUAHO, YTO MJIATEIBHOCTD HM-
IyJIbCA TOKA HA TPHU LOPALKA HUKE BPEMEHH BOC-
[IPOU3BECHU CKAYKA. ¥ POBEHb BOCCTAHOBIEHHOTO
HANPSIKEHNUA 3ABUCUT OT CTaAWH AedopManuu u
MOKET OBITH BBILIE, HUKE WM PABHBIM HCXOTHOMY
HALPSKEHUIO,

Hpyrum nposisnenuem OIID sapmserca uame-
HeHue (POPMBI KPUBOU PACTSIKEHUST W YMEHLIIEHUE
HALPSAKEHNH TEIEHUA B [[EJI0M 110 CPABHEHHUIO C Pac-
TsReHMeM 0e3 Tora. KpuBbIe PACTSIKEHHS C TOKOM
XAPAKTEPUIYIOTCH CHUKeHHEM 1e()OpMALHOHHOIO
YIPOYHEHU, PABHOMEPHOTO (06111er0) yIINHEHUI U
yBenndeHnueM pedopManuu B IIeHKe, BO3pacra-
FOLEH [IPY IIOBBIIMIEHUYU ILUIOTHOCTH TOKA W CHUJKE-
HHUU CKBAJKHOCTH.

YMEeHbBIIIEHNE CKBAKHOCTH HMILYJILCHOTO TOKA
HA HECKOJIBKO IIOPAAKOB MO3BOJKIO BBIABUTDL [I0-
[OJIHUTEIbHBIE 0C00eHHOCTH Ae(POPMALMOHHOTO 110~
penenus Grade 4 (pumc. 5). Habnromaerca Gombliree
cumwxeHne Haupsurenus tedenus (100 — 380 MIla)
npu MeHbined miotHoctr Toka (20 — 60 A/Mmm?) 1o
CPABHEHUIO C TOKOM BBICOKOHM CKBAMKHOCTH (KPUBLBIE
6 u 9), Ipu HTOM [JIUTEIHLHOCTh UMILYJIHCA B HHTED-
Base 100 — 1000 Mkc npakTuyecku He BIHAET HA
nedopmarnmonnoe nosegenne (Kpupbie 6 u 7). Term-
J0BOM Harper (enom mo temneparypsl 110 °C cmo-
cOOCTBOBAJI CHIJKEHUIO HAIIPIKEHUA TEYeHU, KOTO-
poe OKa3ajoch B HECKOIBKO Pa3 MEHBIIe, YeM IIPU
Harpese ¢ TokoM (kpusbie 9, 10). OTHOCUTENIBHBINA
BKJIQJ[ TEILUIOBOTO M SJIEKTPOILIACTHIECKOTO 3dhdex-
TA TAKKEe [TI0KA3aH HA PUC. D.

Mexanu4yeckure cBOLCTBA U PEKUMBI UCIILITAHUN
turana Grade 4 npencrasiens: B Tabi. 2.

Hanpsskenne, MITa

Hedopmanms, %

Puc. 5. Kpuenie pacrsxenna turana Grade 4 mpu Hu3KoM
CKBAKHOCTH TOKa: I — 0e3 Toka; 6 — 20 A/mm2, 1000 mic;
7 — 20 A/mm2Z, 100 mxc; 8 — 30 A/mm2, 100 mxc; 9 —
60 A/mm2, 100 Mrc; 10 — den; B paMKe — OTHOCHUTEILHBIE
CHIKEHNS IIPEeNoB IPOYHOCTH U TEKYYECTH JJId TEILIIOBOTO
¥ TOKOBOTO BozaeticTsmii mpu 110 °C

Fig. 5. Titanium tensile curves of Grade 4 at low current
pulse ratio: I — without current; 6 — 20 A/mm?2, 1000 psec;
7 — 20 A/mm?2, 100 psec; 8 — 30 A/mm?2, 100 psec; 9 —
60 A/mm?2, 100 psec; 10 — fan; Inset: relative reduction in
the tensile strength and yield stress for thermal and current
exposure at 110°C

Cnaas BT6. Ha puc. 6 noxkazausl KpuBbIe pac-
rskerus ciiasa BT6 6es3 roka (kpusas 1) u ¢ BBe-
JEeHUEeM KMILYJILCHOTO TOKA BBICOKOM CKBAMKHOCTHU
(kpuebie 2 - 5). B otmmume or Grade 4, Beegenue
ToKa B ciuias BT6 mosbiraer ripeyest Mpo4HOCTH HA
25 — 70 MIla. Tor npakruyecky He BIUAET HA OTHO-
CUTEIbHOE YIJIWHEHHe, HO CII0COOCTBYET IIOSBIIE-
HUI B [UTACTUYECKON U YIPYTOU 30HAX KPUBOU pac-
THIKEHUS CKAYKOB HAIPIKEHWT BHU3 AMIUIUTYZOU
1o 30 u 4 MIla coorBercrBeHHO. AMILATyAa CKAY-
KOB CTAHOBUTCS OOJIbIIE C YBEIWIEHUEM ILUIOTHOCTHU

Ta6aunma 2. Mexanudeckue cBoiicrsa 1 peskumsl Toka g Grade 4

Table 2. The mechanical properties and current modes (Grade 4)

Homep

- Boaneiicteue q J, A2 T, MKC T.°E oy, Mlla 09, Mlla 8, % IpuMeuanne

1 Bes Toxa — — — 25 850 610 15 Her
2 Wvnymseseir 20 000 220 250 820 610 12 CHAMKOB
3 TOK 10000 220 500 800 560 10
4 5000 220 1000 810 560 12 Ecrs
5 860 1000 58 730 360 11 CRATRI
6 10 20 1000 34 760 580 14 Her
7 20 100 25 760 500 12 CHATKOB
8 30 100 30 745 510 13
9 60 100 110 480 370 19

10 Den — = — 110 765 540 16
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Hanpaxenne, MIla

/

Puc. 6. Kpusnie pactaxenus crutasa BT6 mpum BeICOKOIM
CKBAXHOCTH TOKa: 1 — 0e3 Toka; 2 — 220 A/mmZ, 250 MEKc;
3 — 220 A/mm2, 500 mrc; 4 — 220 A/mm2, 1000 Mxc; 5 —
120 A/mm2, 1000 MEc; cripaBa — CKAYKY HATIPIKEHUA B YIIPY-
ro# obnacrtu

Jlepopmanns, %o

Fig. 6. Tensile curves of a VT6 alloy at high current pulse
ratio: 1 — without current; 2 — 220 A/mm?2, 250 psec; 3 —
220 A/mm?, 500 psec; 4 — 220 A/mm?2, 1000 psec; 5 —
120 A/mm?, 1000 psec. Insert: stress jumps in the elastic
region

U [IHUTENBHOCTH WMILyJIbca. llpu crBamHOCTH
g = 5000 rpuTudeckad ILIOTHOCTH TOKA, IIPU KOTO-
POY LIOABJIAIOTCA II€PBbIE CKAYKU HALPSIKEHUS, CO-
craBnger j,, = 120 A/mm?, 9ro moutm B xBa pasa
memnbIe, wem mirsa Grade 4.

Ha pumc. 7 npencrapiensl KpuBble pacTSKeHHUA
6e3 Toxa (kpmBas 1), C TOKOM HH3KOU CKBAKHOCTH
(xkpussbie 6 — 9) u npu Harpese enom (gpussie 10,
11). ITo cpaBuenuw co ciasom Grade 4 mabiaropa-
orcs 6oee BHICOKME HAIIPSIKEHUA TEIEHU A, HUZKOE
OTHOCUTEJILHOE YHJIHWHEHHUE, [IPAKTUIECKH OTCYTCT-
ByeT CTAguA PABHOMEPHOU aedpopMaruu, a BCH 1e-
dopmarus cocpegorodena B mierire. lloBblmexue
mwioTHocty A0 30 A/mm? (kpusbie 6, 7, 9) win piu-
rerpHOCTH HMITyaIsca or 100 mo 500 mxc (kpuBbie 7
u 8) apdperTUBHO CIOCOOCTBYET CHIIKEHHUIO HAIIPH-
seeHni Tedenud. CHIIKEHVE HAUPIKEHUN TEUYCHUS

Ta6aunma 3. Mexanudeckue csoiicrsa cinasa BT6
Table 3. The mechanical properties of a VI'6 alloy

( ®EH |
BAo, % 35,1 73,1 183 |
Acgon, %| 34,7 749 166 |

Hanpasenne, MITa

Jedpopaauma, %o

Puc. 7. Kpusnie pacrsxenus cmnasa BT6 npwm Huskoit
CKBaXHOCTH ToKa: I — 6e3 Toka; 6 — 10 A/mm?, 100 mkc; 7 —
20 A/mm?2, 100 mrc; 8 — 20 A/mm2, 500 mrc; 9 — 30 A/mm?,
100 mxc; 10, 11 — deH; B paMke — OTHOCHUTEILHOE CHIKE-
HY€ TIPeJeNoB IPOTHOCTH U TeKYUeCTH [P 3IeKTPOILIACTH-
geckoM u TemwiosoM (B 300 °C) BosgelicTBIAX

Fig. 7. Tensile curves of a VT6 alloy at low current pulse
ratio: I — without current; 6 — 10 A/mm?2, 100 psec; 7 —
20 A/mm?, 100psec; 8 — 20 A/mm?, 500 psec; 9 —
30 A/mm?, 100 psec; 10, 11 — fan. Insert: relative decrease
in the tensile strength and yield stress under electroplastic
and thermal exposure at 300°C

npu omHEX U Tex ke remmeparypax 230 u 300 °C
[pu BBeAEHUU TOKA (KpuBble 7, 9) BhIIIE, Y6M IpPU
narpese (erom (xpussie 10, 11). OrHOocurenbHOe
CHUJKEHUE IMPEJesIOB IIPOYHOCTH K TEKYIeCTH IIPU
Bospeticteum Harpera 10 300 °C u Toka Takke rmoxa-
3aHO HA puc. 7.

Mexanu4yeckue cBOUCTBA U PEKUMBI UCIIBITAHUN
tuTanoporo ciaea BT6 npusenens: B Tabi. 3.

Muxpocmpyrmypa uccedyemvly Mamepualos.
Ha pwmc. 8 moxazambsl MHKPOCTPYKTYpHI 06pasiios

Howmep

obpasma Boapeticraue q J, A T, MKC T,°C o5, Mlla 64, Mlla 8, % Ipumeuanne
1 Bes Tora — — — 25 1040 995 7 Her crauxos
2 NymynbeHbiit 20000 220 250 35 1110 1070 9 Ecrts craukn
3 TOK 10000 220 500 50 1100 1065 8
4 5000 220 1000 70 1065 1025 7
5 120 1000 33 1070 1000 8
6 10 10 100 60 1010 1000 7 Her crauxos
7 20 100 230 810 800 7
8 20 500 300 675 650 9
9 30 100 300 280 250 12
10 Den — — — 230 910 865 5
11 — — — 300 850 830 5
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860 A/mm2, 1000 mMxc

bes Toka 4 = 5000

20 A/vm2, 100 muc
g =10

60 A/mm2, 100 mMrc
qg=10

Henedopmupopannas 30Ha

Puc. 8. Murpocrpyrrypa Grade 4 mocie pacTseHNa ¢ TOKOM BBICOKOH (o, 6) ¥ HUSKOH (8, 2) CKBAKHOCTH; TOJICTHIMU U TOHKH-
MU CTPETKAMH IIOKA3aHEBI HATIPABIEHNE PACTIKEHIA U JTBOMHUKY e OpMALIH

Fig. 8. The microstructure of Grade 4 upon tensile at high (e, b) and low (¢, d) pulse ratio. Bold and thin arrows show the di-

rection of tension and deformation twins, respectively

Grade 4, ucnpiTaHubpIx 6€3 TOKA ¥ ¢ TOKOM B medop-
MUPOBAHHOU ¥ HexgedopMupoBaHHoM 30Hax. Mcexon-
HAs CTPYKTypa B Hene()OPMHUPOBAHHON 30HE, OIHU-
CaHHAA paHee, HEe M3MEHAEeTCA IIPpU BBEACHHHU TOKA
BBICOKOM CKBaskHOCTH (puc. 8, a, 6), OMHAKO YKpYII-
HAeTCH IIPU TOKe HU3KOU CKBaskHOCTH (puc. 8, 6, 2).
B nedopmupyemoii 30He 06a Buma TOKa Crioco6eTRy-
T UCYE3HOBEHUKO I[BOfIHI/IKOB, YIJINHEHUIO 3€PEH B
HanpasneHun pacraxenus Ha 40 — 50 % u BbIgene-
HUK YaCTHI] HpI/IMeceﬁ, OCO6€HHO 3aMETHOMY [JI
HU3KOHU CKBa;KHOCTH.

Ha puc. 9 npusenensr MUKpPOCTPYKTYpBI 06pas-
noB crwiaBa BT6, ucneiranasix 6e3 Toxka (a), ¢ pas-
JIMYHBIMU pekuMamMu Toka (6, 8) U ¢ HAarpeBoM e-
oM (2). CTpyKTypHBIX HM3MeHEeHHI 06pa3loB IpuU
PACTA}KEeHHMH B PA3HBIX YCIOBUAX, KpoMe cepounu-
3aruu ¥ craboro pocra MaTPUYIHBIX (-3€PeH, He 06-
HAPYKEHO.,

O6cy:kaeHne pesyabTaTOB

Hcxomnaa murpocrpykrypa cunasa BT6 ornu-
qaerca or Grade 4 HA HOPANOK MEHBIIUM PA3MEDPOM
U-3€PeH U HAIUYHeM 3ePHOrPAHKYHON [-(assbl.
Hcnonb3oBanuble npu pACTSIKEHHUM PEIKUMBI HM-
[IyJILCHOTO TOKA HE BHI3BAJIU 3aMETHBIX IIPU OLITH-
9EeCKOM yBeJIHIeHUH M3MEHEHHHN B HUCXOJHOU CTPYK-
Type me)OPMUPOBAHHBIX U Hee(OpMHUPOBAHHBIX
30H, KPOMEe MCYe3HOBEHUSA ABOMHUKOB U BHIIEICHUS
gactur npumecest B Grade 4 u chepoupmuzanum ze-
per B BT6. ITockonpky Temneparypa obpasma 6s11a
OTHOCUTEJIHLHO HU3KOU I THUTAHA, OCOOCHHO IJIf

BT6 (<300 °C), To MOMXHO CYHUTATH, 9TO CTPYKTYP-
Hble M3MEHEHHS BHI3BAHBI HEIIOCPENCTBEHHO TOKOM,
a He piusgHueM pedopmaruu. Tar Kak crpyKTypHBIE
HM3MEHEeHUA MUHUMAIbHBI, TO OYEBUIHO, YTO 3HAYU-
TeJIbHBIE W3MEHEHWS B MEXAHWIECKOM II0BEAEHUU
criasos (cm. puc. 4, 5, 7, 8) 06yciIoBIeHbI aTepMu-
YeCKHM JIeUCTBUEM TOKA, T.e. 1. Arrops1 [11] 06-
HAPYKWIA 3aMETHOE [IOBBIIEHHE OTHOCUTEILHOTO
YAJIMHEHUA 10 PaspylueHus u pacrBopeHue B-¢assi
C OJHOBPEMEHHOUW PEKPUCTAIIN3ANUEN II0f [IeH-
CTBHEM TOKA. B IpPOBEIEHHOM HCCIeZOBAHUW IIO-
H0OHBIE ABJICHUSA He HAOIIOIAINCE, IIOCKOJIBKY YCIIO-
BUS PACTSKEHUA OTIMYAINCH Gojlee HU3KMMU 3HA-
YEHUAMH IUIOTHOCTH TOKA, TEMIIEPATYPhI HCIILITA-
HuM, 60JIBIIUMA CKOPOCTEIO fed)OpMANUY U CKBAK-
HOCTBIO TOKA.

B zaBucmmocTr OT CKBaYKHOCTH HMMILYJIIBECHOTO
roka OJIID mposABiserci B BuAe CKAYKOB HAIPI-
JKEHUS, CHUKEHUS HANIPSIKEHUU WIN TOTO U JPYTOTO
OJHOBPEMEHHO, JTO IPOHWCXOAWUT [0 HECKOIBKHAM
npuuuHaM. B ciaygae Huskol ckBaskHOCTH (BBICOKAS
4acToTa WMILYJbCA) HHEPIHA CHCTEeMBbI ofpasery—
MAIIKWHA He [I03BOJAET PErHCTPHUPOBATH OTHEILHBIE
HMITyJIBCHI M HA KPUBOU AeOpMAaIuy CKAYKK HA-
[PAKEHHUA OTCYTCTBYIOT (cM. puc. 5, Kpussie 6 — 9;
puc. 7, kpussie 6 — 9). lpyrag npuauHa — IUIOT-
HOCTBH TOK4, BEJIMMMHA KOTOPOU HILKE KPUTHUIECKOU
(cm. puc. 4, kpussnie 2, 3). Takas JIOTHOCTH TOKA B
CILJIABE CBA33HA CO 3HAYUTEILHBIM BRIAZOM TEILIO-
Boro sgerra, obyciaoBieHHOTO 6o0jiee BBHICOKAM
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220 A/mm2, 1000 Mxc

bes Toka 70°C

30 A/mm2, 100 mMEc

300 °C Den, 300 °C

Heue(bopmnposaﬂﬂaﬂ 30Ha
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Puc. 9. Muxpocrpyxrypa BT6 mocie pacrakenus: @ — 6e3 TOKa; 6 — TOK BBICOKOM CKBAKHOCTY; 8 — TOK HU3KOM CKBAKHOCTH;

2 — Harpes (heHOM

Fig. 9. The VT6 microstructure after tension: ¢ — without current; & — high pulse ratio current; ¢ — low pulse ratio current;

d

heating with a fan

Puc. 10. lleiiku Ha o6pasuax crwiasa BT6 (@) u Grade 4 (6) mocme pacTa:keHNs ¢ NMITYJIBCHBIM TOKOM IUIOTHOCTBIO 20 A/Mm2,

CKBaKHOCTRIO 10

Fig. 10. Necks in samples of VT6 alloy (¢) and titanium Grade 4 (b) after tensile with a pulsed current with a density of

20 A/mm? and pulse ratio 10

YAEILHBIM HJIEKTPOCOLPOTHBICHUEM K OOJIbIIEeH
MPOTAKEHHOCTHIO TPAHHUI] 3€PEH.

Mmnynbeusni Tok B ogaodrasuom Grade 4 s
BCEX PEIKUMOB PACTAKEHUS COIIPOBOKIAETCS YMEHb-
nmreHnuemM HaHpH?KeHHfI T€ICHUS H©W IIPOYHOCTH C
IIOBBIIIEHHWEM IUIOTHOCTH TOKA MW YMEHBIICHHEM
CEKBaKHOCTH. AHAIOTMYHO MJIOTHOCTH TOKA BIHAIA
HA IPOYHOCTH HOJUEpHUCTAIIndeckoro turana [10]
u Ti-6Al-4V [11], yTo cBS3aHO C ITOBHIIEHUEM BEO-
IUMOM BeKTpudeckon suepruu [2, 3, 5]. Cumrenue
CKBA}KHOCTH HA HECKOJBKO MOPAAKOB (DAKTHIECKH
O3Ha4aeT 1epexos OT OJHHOYHBIX HMILYJIBCOB K HX
MHOKECTBY M, COOTBETCTBEHHO, K YCHJIEHUIO TEILIO-
Boro sgperra Tora [13]. Ilpu sTOM IIACTHIHOCTH
o6pasiia MmoBBINIAeTCH HE3HAYUTENBHO (CM. Tabir. 2).
Huskoe orHocurensroe yanumeHnwe 06yCiIOBIEHO
Jokanusanueid nedpopMAalMiK B IEHKe W COOTBET-
CTBYKOIIIUM IIOBBIIICHHUEM HCXOHHOfI ILNIOTHOCTHU
toka (puc. 10). CuubHoe mreiikoo6pasoBanue B TH-

TAHOBBIX CILUIABAX CBA3AHO C HU3KUM YHCIOM ILIOC-
Kocrel croiinkenusa B I'T1Y pererke.

Hpyrumu npossienusavu 11D sapisaores cHu-
srenue nedopmarnmonaoro yrpounenus [11] u or-
JeJIbHBIEe CKAYKY HANPIKEHNA HA KPUBOU DPACTIIKE-
HHS BHH3, KOTOPBIE B HAIIEM CiIydae HAOGII0IAINCDH
[IPY BBICOKOU CKBAKHOCTH U IIOTHOCTH TOKA BEIIIE
kpuruaeckoi. B pa6ore [10] orgensHbIe CRAYKY HA-
npssxenus redenud B aucrom (99,97 %-nom) Turane
[POSBIIAINCH P OOJIBIIEH IIIOTHOCTH TOKA U UMe-
JIM MEHBIIYI0 B TPY Pasa aMIUIATYLY, 9T0 OGbICcH:-
eTCA PA3HBIMH UINTEILHOCTHI0 HMILYIbCA U CTelle-
HBIO YHCTOTHI MATEPUAIOB. AMIUIUTYA CKAYKOB HA-
[PAKEHUA IIOBBIIAETCA IPOIOPIUOHAILHO YBEJIH-
gennio 1IoTHOCTH TOKA [11]. Orinmuwme ammnmuryn
CKaYKOB HAIIPSKEHUA B YIPYIOM M ILUIACTHYECKOH
30HAX OOBACHAETCA WX PA3HOM MPUPOIOH, a COOT-
BETCTBEHHO, TEIUIOBBIM K HJIEKTPOILIACTHIECKHAM
atperramu Tora. [logo6Hbple CKAYKHM HANPSIIKEHUA
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naboganu u padee [2, 10], npu sTOM aBTOPEI OTHE-
JISUIM CKAYKW B YIPYTOU U ILTACTHYECKOM 061acTax,
00BACHAS IIePBbIe YUCTO TEIIOBHIM PACIINPEHHEM
BBUIY OTCYTCTBHS ABHIKEHUA HUCIOKAanui, B ma-
CTHUYECKOU K€ 00JIaCTH TEeILIOBOM U SJIEeKTPOILIACTH-
geckunl 5(erThl TOKA CyMMuUpyoTci. AMiumryna
CKa4KOB mMeeT 00PATHYI0 3aBHCHMOCTDL OT 3KECTKO-
CTH MAILIWHLI U, KAK CJIEICTBUE, OT CKopocru aedop-
MANWY HA CTAAUN DPEeIAKCAIUY HAPIKCHUSA I10CIe
[IPOXOXKIEHUA UMITYIbca ToKa [14].

Bonee Bricokoe orHOCHTENBHOE yAIHHEHYE IIDU
PACTH}KEHHUY C BO3AEHCTBHEM TOKA, 9€M C HATPEBOM
eHOM, CBHAETEIBCTBYET O [OIOIHUTEILHOM Pasy-
[POYHSIOMIEM [JEUCTBHHM TOKA U COIJIACYeTCH C pe-
syapraramu paborsr [11]. Hanwawe crpyrrypHbIX
0Cc00EHHOCTEH, PA3HULA B YAEIBHBIX SJIEKTPOCOLIPO-
TUBJIEHUAX U TeIounpoBoxHoctu [15] npusogsatr K
OTJIMYHAM B 1e(POPMAIIHMOHHOM [IOBEIEHHUHU CIIJIABOB.

Anomanbuoe ynpounenue ciiasa BT6 npu Brei-
COKOU CKBAKHOCTH MOKET OBITH CBA3AHO C MAJIOLKK-
smoBo# (N > 10) MexaHHYEeCKOHW U TEPMUYIECKON yCTa-
JIOCTBIO, 4 TAKKE C 3AJIEYMBAHUEM MHUEDPOTPELIHH,
9TO IpogeMOHCTPHPOBaHO B pabore [16]. Meusias
amruTyna ckadykoB B BT6 u 66bI1as CKBaKHOCT,
[IpY KOTOPOH OHH IIOABJIAIOTCH, II0 CPABHEHUIO C
Grade 4 00bsCHAIOTCA YIOMAHYTBHIME BBIIIE CTPYK-
TypHbIME OcobeHHOCTAME ciuiasa [17, 18].

Huskas ckBamuocTs Toka B ciuiase BT6 crioco6-
cTByeT 60jiee CHILHOMY CHIKOHUIO HANPIKEHUN Te-
yenns, yeMm B Grade 4. 910 cBI3aHO C JOIOIHATEb-
HBIM fericTereM J11O u MUKpOHATPEBA HA TPAHHUIAX
3epeH, mwiomans Koropsix y BT6 6ombrne [6]. TTosbr-
LIeHHEe IUIOTHOCTH TOKA W JJIMTEILHOCTH HUMILYJIHCA
[PUBOAUT CHAYAIA K CjIa60My, 4 I[OTOM PE3KOMY
CHIJKEHUI0 HANPSIKEHUM TEYEHUH, SABIILIOLIEMYCS
CIIe[ICTBHEM WX THUIIMYHOM TEeMIIepATypPHOU 3aBUCH-
mocru [15].

Brnag [[:xoynesa remnsia B CHUMKEHUE IIPOYHOCT-
HBIX XaPaKTEPUCTUK 06OMX CILIABOB 0KA34JICA MEHb-
mre Braama JIID mpu ogmHAKOBOM TeMIteparype.
ITOT (PAKT CBUAETEILCTBYET O HAIMIHUY CYIIeCTBEeH-
HOTO aTePMUYECKOT0 AEUCTBUA TOKA U IIOQTBEPIEAA-
€T HeTeIUIOBYI0 pupony 119,

Cnepyer ormerurs, 4T0 B page pabor aBropsl
craBaT mpoasienue IO mox coMHeHMe WM HaKe
orpuriaror ero. Taxk, B [19] aBTopnl 00BACHAOT
piuauve Toka B Grade 2 mpu pacrsixenwu pacceu-
BaHWEM AMCIOKANUYN HA (POHOHAX W BIEKTPOHAX, KO-
TOPBIE COLIPOBOKIAIT OGbEMHbIE TEIUIOBBIE IIOTOKU
ot JI;xoynesa temna. Asrops! [8] ucciegosanu 11D
upu usrube obpasua us crurasa Ti-6A1-4V npu Tem-
neparype okoio 620 °C u CKBa)KHOCTH TOKA ITOPAAKA
139 u cpenanu BBIBOJ, YTO OCHOBHBIM pa3yIpod-
HAIIUM MEXAHU3MOM SBJSJICA TEIJIOBOU HArpesB.
Artopre1 [9] mpoBenum gHHAMHYECKHE HCHBITAHUS
criaBa BT6 ma pacrsixenue co ckopocteio aedop-
manuu 102 ¢, koropas samerHo GonbIIe MAKCH-
MaJjbHO BO3MOKHOU CKOPOCTH AucIoKanuu, Pesynn-

TATHI HOKA3AJIH, YTO JIEKTpoIIacTudeckuil 3dqdexr
uHe Habmogaercsa. C Halled TOYKM 3peHHUs, BHICOKHE
TEMIEPATYPBI U CKOPOCTH AedhopMaluy, KaK U cama
cxema pedpopManyu uU3THOOM, HE SABJIAKTCH OITH-
MAaJIbHBIMHY JIJIS CPABHEHWS, MOCKOILKY BKiIan J11D
IIPYU STHUX YCIOBHAX PE3KO CHHUIKAETCH.

BrniBoabl

1. Dnexrpomnactudeckuii sddert B wmccmeno-
BAHHBIX MaTepuaJiaxX IIPOABJIACTCA B OTHEJBHBIX
CHAYKaX HAIIPAKCHUA T€ICHUA BHUS3 AJI TOKA BBICO-
KOU CKBAKHOCTH W B CHUIKCHUU HAaIIpAXKEeHUusa Tede-
HEA U Ae(POPMAIUOHHOM YIIPOYHEHUH, YBEINIeHNN
IUTACTUYHOCTH AJIAd HMIIYJIBCHOTO TOKa HU3KOU
CKBAKHOCTH.

2. Brnag smexrporiacrmueckoro sgderra B
CHUKeHUue HaHpH?KeHI/IIjI TE€UICHUd IIPU PACTAKECHUHU
[IpY OZWHAKOBOU Temieparype 6oibiie, 4eM Terio-
BOTO B(h(heKTa KaK B YMCTOM TUTAHE, TAK U B CILIABE
BT6. 9ro moarsep:kzaer arepMHYECKYH IIPHPOIY
BIUAHUA UMITYJIBCHOTO TORKA.

3. Kpurudecrasa mioTHOCTD HMILYyJIBCHOTO TOKA
BBICOKOM ckBazkHOCTH (¢ = 5000), mpu KoTOPO#H mpO-
ABIIAETCA SiIeKTporacrudeckuit sdpdpexr, s cruia-
Ba BT6 B nBa paza umxe, yem aus Grade 4.

4. Ilpy OAWHAKOBBIX PEXUMAX HMIIYJILCHOTO
TOKA CHUIKeHWe HanpsxeHud tedenms i BT6
6osbwie, wem mua Grade 4, 4ro cBI3aHO C LIPUCYT-
CTBHEM BTOPOU (paspl, HA MOPSAOK MEHBIIUM pPas-
MepoMm 3epeH B ciuiaBe BT6, pasHunieil ynenabHOro
COIIPOTHUBJICHUA U, KAK CJIeACTBUE, MEHBIIEH TeIIo-
[IPOBOAHOCTHIO CILIABOB.

5. IMIynbCHBIH TOK BBICOKOM CKBRYKHOCTH B
crmiage BT6 BespiBaer amomanbHbid  3¢rdext
yupodHeHus, (pusudecKas OPUPOAa KOTOPOTO HY3K-
AaeTca B AOIIOJHUTEIBHOM UCCIENJ0OBAHUN,

6. Mcnonp3oBaHHBIE PEXKMBI  HMILYJILCHOTO
TORKa HE IIPUBOAAT K 3aMETHBIM IIPH OIITHYECHKOM
YBEIIMYEeHUN CTPYKTYPHBIM H3MEHEHUAM pACTATH-
BaeMbIX 00Pa3IoB, KPOMe HCIE3HOBEHU JBOMHUKOB
" BeImeaeHusa yacrur npumeced B Grade 4, a raxxe
cthepougmsaruu seper 8 BT6.

BaarozapaocTR

Pa6ora seimonuena npu mompepsrke Munucrep-
CTBA HAYKW W Bbicuiero obpasoBanus Poccuiickou
demepanuu B paMrax IPOEKTA [0 COIVIAIIEHUIO
Ne 075-15-2021-709, yHUKAIBHBIA UAEHTH(MUKATOD
npoerra RF-2296. 61321X0037 (mpoBemenue KOH-
TPOJIBHBIX U3MEPEHHUH ).
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