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INTPUMEHEHHWE HERKOTOPBIX APOMATUYECKHUX AJIBJAETN10OB
IJISA TECT-OIIPEJIEJIEHUSA NEPOTAKCHUMA

© Exarepmua CepreesHa Ko:xumHoBa, Anacracua BaueciaaBoBHa Tymckas,
Hpuna BaagumuposHa KocwipeBa™
CaparoBckuii rocygapcrBennbiit yuusepcurer uMm. H. I'. Uepnsrmesckoro, Pocecus, 410012, r. Caparos, ya. AcrpaxaHckad,
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Cmamus nocmynuaa 5 anpeas 2023 2. Ilocmynuaa nocae dopabomru 9 uons 2023 2.
IIpunsama k nybaurayuu 22 uons 2023 2.

Jl7151 9KCIIPECCHOro W HEeIOPOroro CKPHMHUHIOBOTO HCCIIENOBAHUS JIEKAPCTBEHHBIX IIPErapaToB
IIPH OIIEHKE COJEPIKAHMUS B HUX OCHOBHOTO BEIIeCTBA B IEJIAX UCKIUEHUA UX (haabcruKaIiimm
[IMPOKO KCIIOJIB3YIOT MHIUKATOPHbIE OyMaru Ha OCHOBE MMMOOWIN30BAHHBIX PEAreHTOB C II0-
creymomei 1mudpoBor 06paboTKOM n306paKeHuil TecT-cpencTs. 1IpemIoxKeHbl HHIUKATOPHbIE
GyMaru Ha OCHOBE UMMOOHIM30BAHHBIX HA IEJUII0JI03HYI0 MATPHUILY PEAreHTOB — 4-IUMeTHIa-
muHOKopruHOTO anbreruga (JIMAKA), 4-muvmermnamumobensanbiaeruga (JIMAB) u 3-met-
okcu-4-ruaporcubeH3anpaeruaa (BAaHWINHA) AA OHpeIeseHud [-IaKTaMHOTO0 aHTHUOHOTHKA
nedorakcuma. 17151 yCTaHOBIEHUSA ONITUMAIBHBIX YCAOBAY HMMOOMIU3AINY PEAareHTOB Ha TBEp-
[I0 MATPHIy PETHCTPHUPOBAIN 3HAYEHUS M3MEHEHHs WHTEHCHBHOCTU IIBETOBBIX IIAPAMETPOB
[IpY BAPbUPOBAHKUHY KOHIIEHTPALWY PEeareHToB, npucyrcrsusa u tuna [IAB, mopucrocru Gymary.
IIpu BU3yanbHO-KOIOPUMETPHYECKOM OIIpenesIeHu: 11ed)0TaKCHMA IIpeIes O0HAPYKEHHUs COCTa-
it 1,0 mr/mr (IMAKA), 0,12 mr/vur (IMAB) u 0,30 mr/mur (Bauwmmus). I[BeTomerpryeckyro 06-
pabotry msobpakenumii Tect-cpezcrs mposomwiu B mporpamme GIMP (GNU Image Manipula-
tion Program) 2.10 myrem ycpenHeHus H300paskeHU WHANKATOPHBIX GyMar ¢ IOMOLbI0 QyHK-
oUHn «pasMbIBaHUE — PE3KOCTb», OIIpeeasasa MHTEHCUBHOCTH IIBETOBBIX IIapaMeTpPOB. q)OTOTpa-
(hru TeCT-CPECTB PErUCTPHPOBAIH C IOMOILBIO 48-MeranukcenbHOM Kamepst cmaprgoua POCO
X3 pro B crenuanu3supoBaHHoM 6oKce pasmepoM 22 X 23 X 24 ¢M ¢ AByMs HOJOCKAMU CBETOIH-
omuoro oceerrienus (5 B, 1 A). Ilomay4ens! nuHelHbIe 3aBUCHUMOCTH WHTEHCHBHOCTEH ITBETOBBIX
mapamerpos mozpeneit RGB, HSV, CMYK ot kouneurpamuu (Igc) nedorakcuma: y = —15x + 45
(r2 = 0,99, useropoii mapamerp H mna IMAKA), y = -51x + 130 (2 = 0,99, napamerp B mnsa
IOIMAB), y = 36x + 30 (2 = 0,99, mapamerp S s BaHunuHa). [l0CTPOEHBI JIUHEHHbIE 3aBHU-
CHMOCTH ILIOIIANEH W IIEPUMETPOB JIEIECTKOBBIX IUATPAMM HHIWKATOPHBIX OyMar Ijis HCClie-
JIOBAHHBIX CHCTEM I1e()OTAKCHM — MMMOOMIN30BAHHBIN PEAreHT OT KOHIIEHTPAITUH 11e()OTAKCH-
Ma. [IpaBuIbHOCTE PE3yJILTATOB OIIPEeIeHNs OIIEHUBAIA METOIOM «BBEIEHO — HAMIEH0», 3HA-
YeHre OTHOCHTENILHOM IOTPEeIIHOCTH He mpeBbimano 25 %. Paspaboranubie TecT-cpencTsa Ha
OCHOBE MMMOOHIM30BAHHBIX APOMATHYECKUX AJIBIETHUIO0B PEKOMEHIOBAHBI IS IIOJIYKOJIHNYIe-
CTBEHHOTO OIIpeeIeHus 11e(DOTaKCHMA.

KaroueBsle ciioBa: 11eh0TaKcuM; TECT-ONpeIeseHne; HHINKATOPHbIe OyMaru; napa-IaMeTHI-
AMUHOKOPUYHBIN AJIbIETH/l; BAHWINH; Napa-TAMeTHIaAMAHOOEH3AIbIET L.

THE USE OF AROMATIC ALDEHYDES FOR THE TEST DETERMINATION
OF CEFOTAXIME

© Ekaterina S. Kozhinova, Anastasiia V. Tumskaia, Irina V. Kosyreva*

Saratov State University, 83, Astrakhanskaya ul., Saratov, 410012, Russia; *e-mail: i_kosyreva@mail.ru
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Indicator papers based on immobilized reagents with their subsequent digital image processing are widely
used for the quick and cheap screening study of drugs when assessing the content of the main substance in
drugs for the presence of counterfeits. Indicator papers based on reagents immobilized on a cellulose ma-
trix 4-dimethylaminocinnamic aldehyde (DMACA), 4-dimethylaminobenzaldehyde (DMAB), and 3-meth-
oxy-4-hydroxybenzaldehyde (vanillin) were proposed for the determination of B-lactam antibiotic cefo-
taxime. To specify optimal conditions for the immobilization of reagents on a solid matrix, the intensities
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(changes in intensities) of color parameters were recorded at a different concentration of reagents, type of
surfactants, and paper porosity. The detection limits of visual-colorimetric determination of cefotaxime
were 1.0 mg/ml (DMACA), 0.12 mg/ml (DMAB), and 0.30 mg/ml (vanillin). Colorimetric processing of im-
ages of the test agents was carried out in the GIMP (GNU Image Manipulation Program) 2.10 program by
averaging the images of indicator papers using the blur-sharp function, determining the intensity of color
parameters. The photos were taken using a 48-megapixel camera of a POCO X3 pro smartphone in a spe-
cialized box measuring 22 X 23 X 24 cm with two LED lighting strips (5V, 1 A). Linear dependences of
the intensities of color parameters of the RGB, HSV, and CMYK models on the cefotaxime concentration
(logc) were obtained: y = —15x + 45 (r2 = 0. 99, color parameter H for DMACA), y = -51x + 130 (2 =
= 0.99, parameter B for DMAB), y = 36x + 30 (2 = 0. 99, S parameter for vanillin). Linear dependences
of the areas and perimeters of the petal diagrams of indicator papers on the cefotaxime concentration have
been plotted for the studied systems of cefotaxime — immobilized reagent. The correctness of the determi-
nation results was assessed using the analysis of spiked samples, the relative error did not exceed 25%.
The developed test tools based on immobilized aromatic aldehydes are recommended for the semi-quanti-
tative determination of cefotaxime.

Keywords: cefotaxime; test determination; indicator papers; para-dimethylaminocinnamic aldehyde;

vanillin; para-dimethylaminobenzaldehyde.

BBenenue

AHTHOMOTUKN — 3TO OHOJOTHYECKH AKTUBHbBIE
BEIIeCTBA, HCIIOJIb3yeMble B KA4eCTBE JIEKApPCTBEH-
HBIX CPEICTB I MPOQUIAKTUKKA U JeYeHHUs Oak-
TepuanbHbix wuHperui [1, 2]. Ilo xumwudaeckoi
CTPYKTYpPe BBILEIAI0T OCHOBHBIE KJIACChI aHTHOWO-
THKOB: [(-makrambl (HEHHIIWIIUHBI, 11e(aJI0CIIOPH-
HbBI, MOHOJIAKTAMbI), MAKPOJUIbl U TPYIIIA JTUHKO-
MHUIIAHA, CTEPOUIbI, TETPAIIUKINHDI, XIopaMQeHu-
KOoJ (JIEBOMUIIETHH), aMUHOTITUKO3U/IbI, IIETITHIHbIE
AHTHOMOTHKM ([IOJIMMUKCHHBI, BAHKOMHUIIMH) U JIP.
s onpemesieHus aHTUOMOTHKOB B PA3IMIHBIX 00h-
eKTax (JIeKApCTBEHHBIX CPENCTBaX, OMOJIOTHYECKHX
cpefiax, MUIEBBIX MPOAYKTAX) B OCHOBHOM HCITIOJIb-
3YIOT CIIEKTpOhoTOMeTpryecKre, xpomarorpadgude-
CKHe U JIEKTPOXUMHUYECKHNEe MEeTObl aHAIN3a, KOTO-
pble HEMPUTOMHBI AJis OBICTPOTO U JEIIeBOTO CKPH-
HUHTOBOTO HUCCJIeJOBAHUA JIEKAPCTBEHHBIX IIpenapa-
TOB MIPU OIEHKE COJIEP:KAHUA B HHX OCHOBHOTO Be-
1ecTBa HA OpeaMeT Hanudus (PaTbCu(PUKATOB U
T.1. [3].

AxryanpHOM 3ajmadeli sABIsSeTCI paspaboTKa
MPOCThIX U 3(PMEKTUBHBIX CIIOCOOOB OIpPEeIeIeHU
aHTUOHMOTHKOB B PA3IMYHBIX 00BEKTAX, B TOM YHCIIE,
B JIEKapCTBEHHBbIX mpenaparax [4 —6]. [maa sroi
[IeJIM IIIUPOKO KCIIOJIb3YIOT HHIUKATOPHBbIE OymMaru
Ha OCHOBE MMMOOMIM30BAHHBIX peareHToB [7 — 10].
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Puc. 1. Crpykrypuas dopmyia medgoraxcuma

Fig. 1. Structural formula of cefotaxime

IIBeTomeTpuyeckre MeTORHEKM C IQPOBOI 06pa-
00TKOM H300paKeHU ITO3BOJIAIOT PACIIHPUTH 00-
JIaCTh IPUMEHEHUsI TeCT-CPEJCTB U YJIY4IIUTh YyB-
CTBUTEIBHOCTH ompeneeHus [11-13]. K
MperMyIIecTBaM MeTOa IM(PPOBOH IIBETOMETPUU
MOKHO OTHECTH IIPOCTOTY €r0 pean3alliyd W BO3-
MOKHOCTh COXPaHEHWS HHQOPMAIMH B 3JIEKTPOH-
HOM Buzne [14].

Ilo xumuueckoit mpupoze medorarkcum (puc. 1)
61M30K K 11e(DaJIOCIIOPHHAM IIEPBOTO W BTOPOTO II0-
KOJIEHHWH, OJHAKO OCOOEHHOCTH CTPYKTYpPBI obecre-
YUBAIOT €ro BBICOKYI0 AKTHBHOCTH B OTHOIIEHHHU
IPaMOTPHUIATENBHBIX OAKTEPUH M yCTOHYMBOCTD K
JIeMCTBHIO MIPOAyIUpyeMbix umu -makramas. Iledo-
TaKCUM 00J1871aeT IITUPOKMM CIEKTPOM JIeHCTBUSA
[15, 16].

Iens macrosmieir paboTel — paspaboTKa TecT-
CpeacTB B BHAE HHIUKATOPHBIX 6yMar Ha OCHOBe
I/IMMO6I/IJII/I3OBaHHbIX apoMaTHU4YeCKHuX aJlbJeru-
OB — napa-TUMEeTHIAMUHOKOPUYHOTO AJbIeTHaa
(IMAKA), napa-mavermnavunobersamsieruaa (JIMAB)
U 3-MEeTOKCH-4-THAPOKcHOeH3anbaeruaa (BAHUINH)
IUIsT OTIpeneseHus [B-TaKTaMHOTO aHTHOMOTHKA Iie-
dorakcuma.

JKCIHEepUMEHTAIBHASA YaCTh

Obvexmul uccnedosarus. AHaMM3UPOBATH IIO-
poiok 1edorakcuma (B Bume ImedorakcuMma Ha-
Tpus) 1A BHyTpuBenHoro BBemeHusa («BUOXMU-
MHEK», Poccusa). Mcxomublii pacTBop aHTHOMOTHUEA
¢ KOHIleHTparmeld 64 MI/MJI TOTOBUIN PACTBOPEHH-
eM TOYHOH HaBecKH mpemnapara. Pa6oune pacTBopbl
¢ xourenrpamnueir 0,5 — 64 Mr/MJI TOTOBUJIN B JI€Hb
TIPOBEJIEHUsA KCIEPUMEHTA IIyTeM II0CIEI0BATENb-
HOTO pa3baBIeHus UCXOTHOTO.

Peaxmuswvt u mamepuaavt. B kadecTBe 0CHOBBI
IUIS CO3[aHUA TECT-CPECTB IPUMEHSIN IeJIII0I03-
HyI0 Oymary (puiabTpsl 06e330neHHbIe «CHUHSS JIeH-
Ta» TY 2642-001-13927158-2003). Ilaa momyueHus
WHANKATOPHBIX Oymar uuibTp pasmepoMm 5 X 5 cm
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Fig. 2. Presumable reaction of cefotaxime with immobilized reagents

TIOMEIIAJIi B CBEKEIPUTOTOBIEHHBIH CIIHPTOBOMH
pacTBOp napa-IUMETHIAMHUHOKOPUYHOTO AJIbIETrH-
14, napa-TAMeTHIaMUHOOEH3ATbIeTH/Ia UIN BaHU-
auHa, BeIcymuBamu npu 20-25°C B TeueHue
10 muH.

Hnsa oneuku Bausaua [[IAB npu wmvMoOwman-
3aliy MPUMEHSJIM PACTBOPHI TPEX THUIIOB: IETHJI-
mupuauans xiaopuna (III1X) — karuomuoro ITAB,
monmermicynbara marpusa (IJC) — ammonHOTrO
IIAB u oxcustunuposamuoro anguiagenona (OII-
10) — menonorennoro [TAB.

Obopydosanue u memodwvr uccnedosarnus. VK-
crekTpbl o6pasmnoB JTMAKA 6butu mosydeHs! ¢ uc-
monb3oBanreMm maTuiaydeBoro UK-Oypre cmerTpo-
metpa Nicolet 6700 Thermo Scientific (Intertech
Corporation, CIIIA). CranmgapTHBIH CIIEKTPATBHBIH
nuanasoH npubopa cocrasiasger 7800 — 350 em! mpu
paspemennu 0,09 em 1.

CrekTpsl TOTJIONIEHUS PETUCTPUPOBAIN C WC-
nonb3oBanueM crexrpodoromerpa UV-2550 (Shi-
madzu, Anouwus) ¢ uHTEpBATOM H3MepeHud 1 HM.

Suauenus pH cpenbl KOHTPOIHPOBAIN C IIOMO-
mbio pH-merpa pH-150MA (Poccust).

Il ycTaHOBIEHUS CTEIIEHHW YKMCTOTHI CHHTE3H-
pOBaHHOTO 00pasiia MPUMEHSIIN METOJ TOHKOCIOMU-
HOHM XpoMaTorpaduu ¢ IposiBIeHHEM XpPOMaTOTrPaM-
MBI ITapaMu Hoza.

Domozpaguu mecm-cpedcma PETUCTPUPOBAIH
¢ moMoIbio 48-MeranukceabHON KaMepbl cMapTgo-
uHa POCO X3 pro B cmenuanu3upoBaHHOM G6OKce
pasmepom 22 X 23 X 24 cM ¢ AByMs IIOJOCKaMH CBe-
Topuomuoro ocserrennsa (5 B, 1 A).

IJeemomempuuneckyro obpabomry U300paKeHUH
Tect-cpencTB mpooauiau B mporpamme GIMP (GNU
Image Manipulation Program) 2.10 myrem ycpen-
HEeHHs H300paKeHrs WHIWKATOPHBIX OyMar C IIo-
MOIIbI0 (DYHKIIMH «Pa3sMbIBAHUE — PE3KOCTh», OIpe-
OeJjiasd MHTeHCUBHOCTHU IIBETOBBIX ITapaMeTpOB.

O6cy:xaenue pe3yabTaTOB

Ionywernue mecm-cpedcme. Ilpennosxensr Tect-
cpexncrBa B Buze uHanKaTopHbIX Oymar (MB) Ha oc-
HOBe wuMMOOmnnm3oBaHHbIXx pearenToB (IIMAKA,
I MADB, BanwiuHa) st OnpeaeaeHus 11ed)OTAKCHU-
ma. IIpenmomaraemas peakmusa medorakcuma ¢ apo-
MaTHYECKUMU ajbJeTHAaMHU I[peicTaBlieHa Ha
puc. 2.

Ycnosus ummobuauzayuy peazenmos Ha yes-
A0A03HYI0 mampuyy. J s yCTAHOBIEHWS OIITH-
MAaJIBHBIX YCJAOBHH HMMOOWIM3AIINN PEareHTOB
PETHUCTPUPOBAIN 3HAYEHUS H3MEHEHUT WHTEHCHB-
HOCTH I[BETOBBIX rmapamerpos (Alf;) mmpu BapbupoBa-
HUM KoHIleHTpanuu pearerra (1-10%4- 1-102
mouw/71), pH (arerarHo-ammuadnbIil 6yepHbIii pac-
tBOp, PH = 3, 4, 6), mpupoxsr [TAB (IIIIX, OII-10,
I J1C), mopucroctu 6ymaru («Cunsisa menra», «Kpac-
Had JeHTa», «bemnad genra»). [l sToro Ha WHAUKA-
TOpHYI OGyMary ¢ MMMOOGHUIN30BAHHBIM PEATEHTOM
HAHOCUJIM AHAIM3UPYEMbIA PAaCTBODP AHTHOMOTHEA
B cpene O0ycdepHOro pacTBopa B IPUCYTCTBUH U B OT-
cyrcreue IIAB, uepes 15 mun dororpadguposanu
WEb B 60xkce. [lanee B mporpamme GIMP onpepensmu
3HAYEHUS WHTEHCUBHOCTEH IIBETOBBIX IIAPAMETPOB.
Ycramosieno, uro eeegenue [IAB B cucremy 1edo-
TAKCUM — WMMOOHIN30BaHHbBIH PeareHT yxXyaiaeT
[[BETOMETPHIECKHE XAPAKTEPUCTUKU: YMEHbIIAIOT-
csl 3HAYEHWs I[BETOBBIX IIAPAMETPOB U KOHTPACT-
vocte UB. Tax, nanpumep, mua JMAKA opu Baps-
MPOBAHUY KOHIIEHTPAIIMY peareHTa IOJIy4eHBI cle-
nytomue sHadenus Alg: Al =6, Aly=13 u
Al =7 (¢(IMAKA) = 110 monn/n); Al = 22,
Aly =26 u Aly =24 (5-103monb/n); Al; = 2,
Al; =6 u Al =5 (1102 mons/n). Makcumanib-
uble 3uavenus Alg B mabmomanucy maa c(JIMA-
KA) = 5102 mosnn/n mpu pH 3 B orcyrceue ITAB
(tabi. 1). ¥YcranosieHo Tak:xe, 4To QuibTp «CuHsd
JIeHTa» C JuaMeTpoM mop 2 — 5 MKM obGecrieumBaeT
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Ta6auna 1. 3asucumoctu Al -pH (IIAB) (c(IMAKA) = 5 - 10-3 mosnn/m; dunbrpoBanbuHas Oymara «Cunss meHTa»;

21 - 25 °C, c(necporakcum) = 32 mr/vur; 15 Mun)

Table 1. Dependences Al, — pH (surfactant) (c((DMACA) = 5 x 103 M; “Blue Ribbon” filter paper; 21 — 25 °C, c(cefotaxi-

me) = 32 mg/ml; 15 min)

AL pH* (6es ITAB) TIAB (pH 3%)

3 4 IIIIX OI1-10 IJIC
G 22 + 4 8+4 3+ 12+5 14+3 6+3
H 26+ 5 9+5 15+ 4 13+5 7+4
M 24 +5 11+4 1+4 15+ 3 18 +4 3+4

* AtleTaTHO-aMMHUAYHBIH Oy(epHbIH PacTBop.

Tab6auna 2. Merposorudyeckre XapaKTePUCTUKHA BH3yallb-
HOTO OIIpe/iesIeHud edoTakcuma

Table 2. The metrological characteristics of the visual de-
termination of cefotaxime

JlnanazoH ompe- Wurepsan o

Pearent JeNAEeMBIX COZiep-  HEeHaJesKHOCTH, p ’
SKAHUM, MT/MJI MT/MJT MI/MIL

IMAEKA 1,0-32 0,60 -1,0 1,0
IIMAB 0,13-16 0,05 -0,12 0,12
Bauwnnuna 0,50 — 32 0,05 -0,30 0,30

HamboJiee OMHOPOIHYI0 W PABHOMEPHYIO OKPACKY
tect-cpenctB. OnTUMaIbHbBIE YCIOBUI HMMOOMIH3A-
nuu pearenToB: ¢ = 0,05 monp/m, T = 23 -25°C,
«CuHss jgeHTa.

Ycnosus 83aumodeticmsus yegomarcuma
UMMOOUAUSOBAHHBIMU HA YEAMAI0A03HOU Mampuye
peazeumamu. OnTUMAaNTBHBIE BPEMS U TEMIIEPATYPY
MIPOBEJIEHUsA PeakIinu 1eoTaKcuMa ¢ UMMOOUIH30-
BAHHBIMH peareHTaMH yCTAHABIUBAIMN II0 3aBHUCH-
MOCTSIM WHTEHCHBHOCTEH ITBETOBBIX IAPaMETPOB OT
COOTBETCTByIOIIlero mapamerpa (puc.3; T = 15—
25 mun; T = 90 - 100 °C; mepexon okpacku us Oe-
JIOH B JKEJITO-OPAHIKEBYIO).

BusyaavHo-konopumempuieckoe onpedenerue
yepomarcuma. Ilpu BUByarIbHO-KOJIOPUMETPHIE-
CKOM oIpejiesieHnu 1ed)oTaKCcuMa PpacTBOp aHTHOMO-
THKAa HAaHOCWJIHM Ha moBepxHocTh VB, BhICyIIUBAIH
npu Temneparype 20 — 25 °C u Habrionanu usmMeHe-

1
50
40
-G
20 -—M
10 - T T T 1
0 10 20 30 40

t, MUH

Puc. 3. 3aBucumocT HHTEHCUBHOCTEH IIBETOBBIX ITapaMeT-
POB OT BpEMEHU peaKnuu

Fig. 3. Dependences of the intensities of color parameters
on the reaction time

HHE OKPAaCKH, KOTOPYIO CPAaBHUBAJIHM CO CTAHAAPTHOMN
IIBETOBOU IIKAJOH. /[ moIydeHusd IIBETOBOM IIKA-
JIbI KOHIIEHTPAIHIO Ie(poTaKCHMa IOA0UPAIH TAKAM
o6pasoM, 4TOOBI IIMPHUHA IIara IIKajbl II03BOJIAIA
Obl BHU3yaIbHO pPAacCIO3HABATh W3MEHEHWE OKPACKU
IBYX OIM:KAUIITHX KOHITEHTPAIIHE.

3aBHUCHMOCTH BEPOSITHOCTH OOHApY:KeHHs 11ed)o-
TaKkCcUMa OT ero KoHIleHTparuu P(c) npumMeHsaIn s
OIIEHKH! JJOCTOBEPHOCTH METOAHUK C BHU3yaTbHOH WH-
IUKaIue cormacuo padoram [17 — 19].

BeposaTHocTh 060HAPYKEHNA BEIMUCIAIN 110 Op-
myne: P(c;) = n;/N;, toe n; — YHUCIO IOJOKHATEb-
HbIX HaOmomeHuit; N; — o0lllee YHCIO UCIIBITAHUN
oA KoHueHtpamuu c;. [Ipegen obuapy:xeuuns (I10)
OTIIpesieNisiin KaK MPaByio IPaHUIly HHTEpBaIa HeHa-
nesxxkaoctu npu  P(c) = 0,99 (puc. 4). Hexoropsie
METPOJIOTUYECKHE XAPAKTEPUCTUKUA BU3YAIHHOTO
ompesienenusd 1edOTAKCHMA IMPEACTABIEHBI B
Tabi. 2.

IJeemomempuueckoe onpedenenue yegpomarcu-
ma. IIBeTomerpuueckyo 06pabOTKy u306paKeHui
TecT-cpeicTB mpoBoauan B mporpamme GIMP 2.10,
ompejessasd 3HAYEHUSI MHTEHCUBHOCTEU ITapaMeTpOB
usera (R, G, B, H, S, V, C, M, Y, K). [Tonyuensr u-
HEHWHbIEe 3aBUCHMOCTH HHTEHCHBHOCTEH IIBETOBBIX
mapamMeTpoB OT Jiorapu()Ma KOHI[EHTPAIIUU AHTH-
6uoruka (puc. 5).

B nporpamme Microsoft Office Excel® crpounn
npocuian JermectkoBbIx guarpamm (JIJ1) B xoopmu-

P(c)

J

00 0.2 04 06 08 1.0 1.2 14 16 1.8 20
¢, MI/MJI

Puc. 4. 3aBuCHMOCTH BEPOSTHOCTH 00HAPYKEHHS 11eDOTaK-
CHMa OT €r0 KOHIIEHTPAIIMK B WHTEPBAJIe HEHANEKHOCTH pe-
akmuu ¢ ummoomtusosanabiM JIMAKA

Fig. 4. Concentration dependence of the probabilities of
cefotaxime detection in the interval of unreliability with
DMACA
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Puc. 5. 3aBucumocTy HHTEHCUBHOCTEH IBETOBBIX KaHaIOB OT lg ¢ medorarcuma ana [IMAKA (a), IMAB (6) u Bauununa (8)

Fig. 5. Dependences of color channel intensities on logc of cefotaxime for DMACA (a), DMAB (b), and vanillin (c)
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Puc. 6. IIpodrin nemecTkoBbIX AUarpaMM CHCTEMEI 1epoTakcuM — MMMOOHMIN30BaHHBIN peareHT B KoopauHarax RGBHSV:

a — IMAKA; 6 — ITMAB; 6 — Banuiua

Fig. 6. Radar diagram profiles of the cefotaxime — immobilized reagent system in RGBHSV coordinates: « — DMACA; b —

DMAB; ¢ — vanillin
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Puc. 7. 3asucumocts nepumerpa (@) u mwiomanu (6) aemecTkoBbix quarpamm Wb cucrempr nedorakcum — UMMOOUIN30BaAHHbBIN

JIMAEKA or Igc

Fig. 7. Dependence of the perimeter (a) and area (b) of the petal diagrams of the IP of the cefotaxime — immobilized DMACA

system on logc

HaTax 1BeToBbIX mapameTpos R, G, B, C, M, Y, K, H,
S, V (puc. 6). Bugto, 4To Ipu yMeHbIIEHWH KOHIIEH-
Tpallui aHTHOMOTHUEA ILIOALb MPOQUIIS JHarpam-
MBI Takke ymeHsbinaercs B ciaydae Il MAKA u ysemnu-
yuBaercd B caydae [[MADB u Banununa.

PaccuursiBanu miomanu (S) u mepumerps! (P)
MIOJIyYEeHHBIX JemecTKOBbIx auarpaMMm B MS Excel
I10 CJIEIYIOIUM (DOPMYJIaM:

P=1a? + b2 —2abcos(ab),
1 .
S = 5 absin(ab),

rae a, b — CTOPOHBI TPEeyroabHHUKA; cos(ab) — KOCH-
HyC yrila MexIy cTopoHamu a, b; sin(ab) — cunyc
yIiia MeKAy CTOPOHAMU a, b.

Ilony4yens! JguHENHbIE 3aBHCUMOCTH ILIOMIAMEH
u mnepumerpoB JIJI HWUB or xouuenrpamuu
nedoTaKcrMa, YTO MO3BOJAET NPUMEHSITh WX I
MOJIyKOJMIECTBEHHOM OIIEHKH coiep:kaHus 11edo-
takcuma. Ha puc. 7 mpencraBieHbl moydeHHBIE 3a-
BUCUMOCTH Ha mpuMepe uMMobuan3oBanuaoro JIMA-
KA.

B Tab6n. 3 mpenmcraBieHbl HEKOTOPHIE METPOJIO-
rHYecKre XapaKTePUCTHKM paspabOTaHHBIX METO-
MUK IIBETOMETPUYIECKOTO OIpefeseHus edoTakcu-
ma. BugHo, 9TO mpeioiKeHHbIe METOIUKNA MOIKHO
MPUMEHATH JIs [BETOMETPHIECKOTO OIpPeIeIeHUs
aHTUOMOTHKA, OJHAKO HAMOOJblINe 3HAYeHuA tga
HabaomaoTes s umMmobunusosanuoro JIMAB.

Jna mpoBepKH HTPaBUIBHOCTA METOAHUKH OIpe-
neneHusa 1edoTakcuMa MPUMEHSIIH CIrocod «BBefe-
HO — HalifleHO». SHaveHud S, He mpeBwimanu 2,0
(Tabm. 4).
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Ta6mauma 3. Merporornueckue XapaKkTepUCTUKH I[BETOMET-
PHYECKOTO OIpeieeHus 1epoTakcuMa

Table 3. Metrological characteristics of the colorimetric de-
termination of cefotaxime

Sasucmvocts YpaBHEHHE perpeccun 110, r2
I/S(P) orlgc MTI/MJIT
AMAKA
I, =-13x + 63 0,7 0,97
Iy y =-15x + 45 0,6 0,99
Iy y=14x + 9,4 0,7 0,97
S y =-1620x + 7920 0,9 0,98
P = -36x + 336 0,9 0,98
JAMAB
I y =-51x + 130 0,1 0,99
S y = -10493x + 58036 0,02 0,95
P y =-78x + 830 0,01 0,95
Bannnanna
I = -27x + 52 0,2 0,98
Ig y = 36x + 30 0,2 0,99
S y = 1915x + 3321 0,1 0,99
P y = 53x + 304 0,1 0,94

3axJaroueHue

Takum obpasom, paspaboTaHHBIE TECT-CPEACTBA
Ha OCHOBE HMMOOUIM30BAHHBIX apPOMATHYECKHUX
anbAeruaoB (4-TUMETHIaAMUHOKOPUYHOTO AaJIbIer -
na, 4-TuMeTHIaMHHOOEH3aIbIeruaa # 3-MEeTOK-
cu-4-TUPOKCHOEH3aIbIETH/Ia) PEKOMEHIOBAHBI JIJIs
MOy KOJIMYIECTBEHHOTO OIlpeleNieHusa IiedpoTaKcuma
B muanasone ot 0,01 mo 64 mr/mia ¢ mpegenoMm o6Ha-
py:xenus 0,01 mr/ma (B ciyuae mpumenenus UB c
nMmmobunuszosanubiv JIMAB).

duHaHCcUpoOBaHUE

dunaHCcOBasA IMOAIEPIKKA PAO0THI OCYIECTBIIA-
smack B pamkax rpauta PH® Ne 22-23-00420.
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CRPUHMUHTI ITPOb 1 OJTHOBPEMEHHOE OIIPEJIE/IEHUE
OCTATOYHBIX COJEPKAHHI 80 IEKAPCTBEHHBIX CPEJICTB
B IITNIMEBBIX ITPOAYRTAX METOAOM B3iRX-MC/MC

© Bacwuauii I'puropsesuu Amenunn®, Hiapa BagumoBsuu Baros,
Oasra Uropesua JlaBpyxmua, Anekceii Bukroposmu TpeThiakoB,
Jleornn KapoaseBnu K

Bcepoccuiickuii rocyjapCTBEHHBIN IEHTP KA4ecTBa U CTAHJAPTU3AIINY JIEKAPCTBEHHBIX CPEJICTB I KUBOTHBIX U KOpMOB, Poc-
cus, 123022, MockBa, 3BeHHTOpOJICKOE I10cce, . 5; *e-mail: amelinvg@mail.ru

Cmamws nocmynuaa 14 anpeas 2023 2. Ilocmynuna nocae dopabomru 24 anpens 2023 2.
Ilpunsma k nybauxayuu 25 mas 2023 2.

IIpenomen SKCIIPECCHBIH CIIOCO0 CKPHUHUHTA P00 ¥ OMPEIeIeHHs OCTATOYHBIX COIMEP/KAHUI
80 BeTepHHAPHBIX IPEIAPATOB B MUIIEBBIX IPOAYKTAX IIPHU OIeHKe uX GeszonacHocTu. B mpo6o-
IIOTOTOBKE MCKJIIOUEHA CTAIUS TBepHO(aSHON SKCTPAKIIMN [IJISI OYUCTKU DKCTPAKTA, IIPH STOM
MAaTPUYHBIA 3(P(EKT HUBEIUPOBAH IIPUMEHEHHEM H30TOIHO-MEYEHbIX CTaHIapToB. IIpuMene-
HYFe CrI0c0o0a M30TOITHOrO pa3baBIeHus T03BOJIIIIO UCKIIOYUTE CTAIUIO IIOCTPOSHMS MATPUIHBIX
IPaIyHupPOBOYHbBIX 3aBUCUMOCTEHN M PACCUMTHIBATH KOHIIEHTPAIINH C HCITOIb30BAHUEM IIOIPABOY-
HBIX K02(P(PHUIMEHTOB, HAWIEHHBIX TI0 CTAHJAPTHLIM BOIHBIM PACTBOPAM AHAJIUTOB C OTPAHHU-
YEHHBIM YKCJIOM HU30TOIIHO-MEYEHBIX CTAHAAPTOB (0 OJHOMY IS KAKIOr0 KJIACCA OIpeerise-
MbIX coequHenutt). [Ipenensr obHapy:KeHN T€KAPCTBEHHBIX IIpernapaToB (¢, = 0,1 — 10 Hr/T)
II03BOJIMJIN OIIPENEJISATh X OCTATOYHBIE KOJIMYECTBA HA YPOBHE MAKCHMAIBHO-IOIYCTUMBIX CO-
JepKaHU 71 TIUIIEBBIX TPOAYKTOB.

KiaroueBnle cioBa: BBHICOKOI(P(PEKTHBHAA KHIKOCTHAS XPOMAaTOrpadus; TAHAEeMHAs Macc-
CIIEKTPOMETPHS; METOJ H30TOITHOTO Pa30aBIeH s ; CKPUHUHT IIPO0; OCTATOUHBIE COMEPKAHNSA Be-
TEPUHAPHBIX MIPENAPATOB.

SCREENING AND SIMULTANEOUS DETERMINATION OF 80 VETERINARY DRUGS
RESIDUES IN FOOD BY HPLC-MS/MS

© Vasiliy G. Amelin®*, Ilya V. Batov, Olga 1. Lavrukhina,
Alexey V. Tretyakov, Leonid K. Kish

The Russian State Center for Animal Feed and Drug Standardization and Quality, 5, Zvenigorodskoye shosse, Moscow,
123022, Russia; *e-mail: amelinvg@mail.ru

Received April 14, 2023. Revised April 24, 2023. Accepted May 25, 2023.

A fast method of samples screening and determination of 80 veterinary drugs residues in food safety as-
sessment is proposed. The solid-phase extraction for the extract purification in the sample preparation is
excluded, at the same time the matrix effect is mitigated by the isotope-labeled standards using. The iso-
tope dilution method allowed to exclude matrix calibration curves construction and calculate the concen-
tration using correction coefficients found from analytes standard aqueous solutions and a limited num-
ber of isotope-labeled standards. The drugs residues limits of detection (c,;, = 0,1 — 10 ng/g) allowed their
determination at the maximum permissible levels for food.

Keywords: high performance liquid chromatography; tandem mass spectrometry; isotopic dilution; sam-
ples screening; veterinary drugs residues.

Beenenne AHTHOMOTHUKOB TETPAIMKINHOBOM TPYIIIELI, MAKPO-

B 1a60pATOPHbIX HCCIET0BAHNAX IIHIEBOi ITPo- JIUIOB, XWHOJIOHOB, [(-aronucroB u ap.). CKpuHUHT
OYKIIUH ¥ IPOJOBOJIBLCTBEHHOIO ChIPhA 110 IOKa3aTe- moZpasyMeBaeT HCCIe0BaHMEe GOIBIIOro YHCIA
1AM 6e30IaCHOCTY 3HAYUTEIHHYIO POJIb UTPAET IIPOo- npo6 B paMKax OJHOTO aHAIN3a HA MAKCHMAalIbHO
W3BOAUTENHHOCTh aHAIN3a. B MPOAYKINY KUBOTHO- INUPOKHUH IepevYeHb IIOKasareled, II03BOJIAOIEe
BOJICTBA HE00XOIUM KOHTPOJb OCTaTOYHBIX COAEp- BBIABUTH HECOOTBETCTBUA IIPOAYKIIHMU PErJIaMeHTH-
JKAHUH IMIMPOKOTO CIEeKTpa mpemnapaToB (cyrbga- pyembiM TpeGoBanumsaMm. B sTom ciyuae sddexTus-
HUJIAMHUIOB, HUTPOWMUIA30JI0B, ITEHHUIUJINHOB, HBIM WHCTPYMEHTOM SIBJISIIOTCS METOAMKU OIHOBpE-
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MEHHOTO OIIpeJIeIeHU OCTATOYHBIX COAEPIKAHUI
JIEKAPCTBEHHBIX IIPENapaToB PA3IHYHBIX KIACCOB
IJI BETEPUHAPHOTO IPUMEHEHUA U UX METa00IHUTOB
HAa OCHOBE XpOMAaTOrpauIecKuxX METOJIOB C TAHIEM-
HBIM MAacCC-CIIEKTPOMETPHUYECKHUM [eTEKTHPOBAHUEM
[1]. BoicokoadpekTHBHYIO KHUIKOCTHYI0 XPOMATO-
rpauio ¢ Macc-CIIeKTPOMETPHUUECKUM eTEKTHPO-
BauueM (BOHX-MC/MC) u npeaBapuTeabHOM IO-
TOTOBKOM 00pAasIiioB METOIOM TBEpAOo(asHO-, K-
KocTh-KuaKocTHOM srcTpakmun (TS, HIKI) B co-
YeTAHUM C ITOC/IEeAYIOIIeld OYMCTKOM TBepaoasHOM
akcrpaknueit (TPI), mucnepcronmoit TBepaodas-
Hoit skcrpakmues (JIT®I), a takme QuEChERS,
IIXPOKO IIPUMEHAIT B MHOTOKOMIIOHEHTHOM aHaJIHu-
3e [2].

B pesxxnve MC/MC unenTrHUKALNNIO U OIpee-
JIeHWe TIPOBOJAT IyTeM W3MEPEHUs COOTHOIIEHWH
m/z HOHA-TIPEIIeCTBeHHUKA U JOYePHUX UOHOB [3].
Coueranne B merome BIKX-MC/MC paspenenus
aHATU3UPYEMBIX BEIIECTB U BO3MOKHOCTH TIIOJY-
yeHus HHPOPMAIUH 06 X CTPYKTYpPe 00ecriednBaeT
OJIHO3HAYHYIO MUICHTU(DUKAINIO U HAIEHKHOE OIpe-
JIeleHne aHamuToOB. PaspaboTaHbl YyBCTBHUTEIb-
HbIe METOIUKH, KOTOPKIE II03BOJISIOT OJJHOBPEMEHHO
HUIeHTU(UIINPOBATE U OIPEAeIATh MHOKECTBO CO-
eJIMHEeHUH pa3HbIX KIaccoB (Tabi. 1).

Hecmotpsa Ha BbIcOKyI0 cenexkTuBHOCTH BOHX-
MC/MC, omnpefnenenune BeTepUHAPHBIX MIPEIapaTOB
B IIPOJIOBOJILCTBEHHOM ChIpbe U MIPOAYKTAaX MUTAHUA
TpebyeT CI0KHOU mpobomoaroToBku. Ilosromy s
MOBBIIIIEHUS IPOU3BOIUTEIHHOCTH aHAIN3a He00X0-
IuMa MUHUMU3AIUA YUCIa OIlepariuii ¥ MPOoI0IIKH-
TEJIBHOCTH IIOATOTOBKM 00pAa3IloB, HO IIPH STOM (-
dexTuBHOE ycTpameHue (HHUBEIHPOBAHHE) MATPHUY-
HOTO 3(pperra. B cnyuae TanmeMHOro Mace-CIreKTpo-
METPHUYECKOTO [eTeKTUPOBAHUS JOCTATOUYHO IIPUMe-
neuus TiHKI, HKKO u mocnemymoriero pasbasienus
9KCTpaKTa, a HHBEJIHUPOBATh BIIHAHHE MaTPHUIIbI
MOKHO J00aBIE€HWEM H30TOITHO-MEYEHbIX BHYTPEH-
HEX craHaapToB. Heob6xoauMo oTMeTuTh, YTO 3a1a-
4Ya CKpHUHHHTA pemraerca 3QQEeKTHBHO U XPOMaTo-
rpauuecKuMu METOlaMH B COUETAHUN C MACC-CIIeK-
TpoMeTpued BBICOKOTO paspeleHus, HO COOTBETCT-
ByIoIllee 000pyZOBaHUE AOCTYIHO He BCeM aabopa-
TOPUSIM B CBSA3H C BBICOKOM CTOMMOCTBIO.

[ens mammoit paboTs! 3aKkmI09aIach B paspabor-
ke BOWKX-MC/MC meTogukn ¢ MUHHMAIBHOU IIpe-
BapUTEIHHOHN ITPOOOATOTOBKOM [JIi CKPUHHUHTA ITP06
U omnpenejaeHusa OCTATOYHBIX KOJHUYECTB IIHUPOKOTO
CIeKTpa JIEKAPCTBEHHBIX IIPEnapaToB BETePHHAPHO-
r0 HA3HAYEHUS C WUCIIOIH30BAHMEM METOIa M30TOI-
HOTO pas3baBiieHusI.

IJKCIIEpHUMEHTATBLHASA 9aCTh

Annapamypa. Xpomatorpadudeckoe pasjeie-
HU€ MPOBOIUIN C UCIIOJIH30BAHUEM YJIbTPABBICOKO-
a¢pperTUBHOTO SKUTKOCTHOTO xpomarorpada

(YBIJKX) 1290 Infinity II LC System (Agilent,
Canra-Kmnapa, CIITA) ¢ romomkou Zorbax SB-C18
(150 % 2,0 MM, 5 MEM).

AnanmuThl HAEHTUQUIUPOBAIH C ITOMOII[BIO
Macc-CHeKTPOMETPUIECKOH TPEXKBaIPYIOIBHOMN
cucrembl QTrap 5500 (Sciex, Topouro, Kanana).
Hcnonp3oBain BepCHio MPOrpaMMHOTO 06ecIede s
Analyst Software 1.6.2. Cucrema paborana B pe:xu-
M€e MOHUTOPHHTA 3aJaHHBIX PEAKITUHA TOJI0KUTEb-
HBIX ¥ OTPUIIATEIbHBIX HOHOB C MOHHU3AIHEN MOoJe-
KYJI 3JIEKTPOPACIIbLIEHUEM.

Peaxmuswvt. Vcnonb3oBanu craHmaapTHbIE 00-
pasIbl TETPAIMKINHOB, MAKPOIUI0B, JUHKO3aMHU-
IIOB, IJIEBPOMYTHJIHNHOB, CyJb(DAaHUIAMUIOB, TT€HHU-
[WIIHHOB, HUTPOUMHIA30JI0B, aM()EHUKOJIOB, XH-
HOJIOHOB M [}-arOHHCTOB U COOTBETCTBYIOIIIHE AeiTe-
pUpoOBaHHBIE CTAHAAPTHI (COmep:KaHKUe OCHOBHOTO
Berrecrsa He meree 90 %, Dr. Ehrenstorfer, Fluka,
Sigma-Aldrich). Ucxonubie pacTBOpHI ¢ KOHIIEHTPA-
nuei 1 Mr/MJI TOTOBHJIM PACTBOPEHHUEM COOTBETCT-
BYIOIIIeH HABECKH (C yIEeTOM COMep:KaHusd OCHOBHOTO
BeIecTBa) B MeTaHoje (KpoMe PacTBOPOB IIEHUITHII-
JINHOB — UX PACTBOPSIN B CMECH BOJIA — METAHOJI B
obbemHOM oTHomreHnu 2:1). XpaHwuim pacTBOPHI
pu — 20 °C ue 6osiee 1 roga. Pa6oune pacTBopsl ro-
TOBHJIN Pa3baBIeHUEM HUCXOIHBIX PACTBOPOB BOMOM
B JIEHb HUCITOJIb30BAHUS.

Jl71s1 mpo6OIOATOTOBKY U XPOMATOTPA(HUIECKOTO
pasmenenus wucmoab3oBaigu areroHutpun LC-MS
grade (Scharlau, Bapcenona, Ucnauwms), meramon
LC-MS grade (Merck, Iapmmranr, I'epmanus), my-
paBbunyio Kuciaory (uumcrora >98 %) (Carl Roth,
Kapincpys, 'epmanus), HATpHEBYO COIb STHIEHANA-
muHTeTpayKcycuoi kuciorbl (DI TA) (Sigma-Ald-
rich, Tapmirragr, 'epmanus). [ enoHu3HpOBaAHHYIO
BOJY TIOJIYYaJIH C TIOMOII[bI0 YCTAHOBKHU [IJIA BHICOKO-
appexTrBHOM ourctiku Boabl Direct-Q S (Millipore,
Mounbcatim, @panius).

Pacxodnvie mamepuanst. B pabore ncmoab3osa-
JW TIOJNWIIPOIHIEHOBbIE MPOOHMPKH eMK. 15 mu
(Corning, I'nmeupgeiin, CIITA), HeitnonoBbIe MeMbOpaH-
uple uiabTpel 0,20 mxm (Agilent, Canra-Kmapa,
CIITA), MHEpPOdIAKOHBI I XPOMATOTPAQUPOBAHIST
emi. 2Ma (ALWSCI Technologies Co., Ilaocus,
Kuraii).

IIpo6vr. Ananmsupyemble TpoOBI OBITH MOIY-
vyenbl PI'BY «Bceepoccuiickuii rocymapcTBeHHBIH
LIEHTP Ka4ecTBa U CTAHJAPTU3AINHN JEeKAPCTBEHHBIX
CPEeICTB MJs JKHUBOTHBIX U KOopMoB» (®PI'BY
«B'HKW») B pamMkax rocyJapCTBEHHOTO BeTEpH-
HApPHOTO J1a60paTOPHOTO MOHHTOPWHTA, OCYIIECTB-
nssemoro PemepabHON CIIy:KOO0M 10 BETEPUHAPHOMY
u (urocanuTapuomy Hamzopy (PoccenbxosHamsop).
Msico, neuens, mouku, mmuk xpanwiu npu —20 °C B
XOJIOMUIBHUKE B TeueHue Mmecana. [lepen anamusom
3aMOPOKEHHBIE MMPOAYKTHI U3MEIbYATIN C UCIOJIH30-
BaHUeM OBITOBOTO MHKCEPA; MOJIOKO, MeJI, AHIa Xpa-
Huau upu 4 °C B Tedenne Mecana. [lepen anamusom
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Ta6auma 1. Xapakrepucrurku BOHKX-MC/MC meTonuk 0JHOBPEMEHHOTO OIIpeIe/leHns BeTePUHAPHBIX IIPenapaToB

Table 1. Characteristics of HPLC-MS/MS in simultaneous determination of veterinary drugs

IIpomomxurens-

Yucmo
OIIpe/IeIITEMBIX

Jlurepa-

IIpenen obuapy:xeuus/
omnpenenenus (MKT/KT, MKT/7)

HOCTb XPOMAaTO-
rpadupoBaHus,

IIpo6omoaroroska/crenesn

Komonxka

O6BbeKT aHaIH3a

Typa

usBneyeHus, %

aHaJIUuTOB

MHH
20

[4]

0,3 - 16,6/1,0 - 50,0

XTerra C18
(50 x 3 mm, 3,5 MEM)
Acclaim Polar Advantage IT C18

QuEChERS/62 — 125

Momoxo

13

[5]

0,1-0,21/0,03 - 0,66

QuEChERS/73,9 — 135

Momnoxo, kypuna,
CBUHWHA, TOBATUHA

18

(150 x 2,1 MM, 3 MEM)
Phenomenex Aqua C18

[6]

0,3 - 15,0/0,8 - 45,3

18

THO/82 - 119

Pri16a u maco

23

(150 x 2,1 MM, 3 MEM)

[71

10 /8,0 — 12,0

Symmetry C18
(150 x 2,1 MM, 5 MEM)

QuEChERS/75 - 120

Moumnoxo

26

[8]

12 0,01 -0,3/0,02 -1

Acclaim 120 C18
(100 x 2,1 mm, 3 MEM)
Proshell 120 EC-C18

(100 x 2,1 mm, 2,7 MEM)

TS + TOO-
ouuncrka/83 — 117
HKIKO + TdI-ouncrra/70,8 — 116,1

Kypuna

63

(9]

0,005 - 2,00/0,015 - 6,00

19

Aina

64

[10]

25

Halo C8 (100 x 2,1 mwm,

THEKD + T®S-
ouncrka/84 — 110

JInopunusupoBanHbIHl

85

2,7 MEM)
XSelect HHS T3
(150 x 3 mm, 2,5 MEM)

AUYHBINA OEJIOK

[11]

0,2 -13,6/0,9 — 48,0

25

THKD + ITDO-
ouncTka/95,6 — 101,0
JKIKS, TS + mHuskoremmneparypHasi

Misco

112

[12]

25 0,008 - 0,88/0,03 — 2,6

Atlantis T3 C18
(100 x 2,1 MM, 3 MEM)

Moioxo, macio,

115

ouncrka/b0 — 120
TIKI, KK + TPI-ouncTra

, AAIa

pbida

0,5-3,0/1,5-10,0 [13]

60

Hypersil Gold C18
(150 x 2,1 MM, 5 MEM)

, SIATIA, MOJIOKO

Misco

120

[14]

25 0,015-0,3/0,05 -1

Acclaim 120
C18 (100 x 2,1 mMm, 3 MEM)

HKIKO + maraurnas

Moumnoxo

132

IT®D/72 - 120

AUIa OCBOOOMKIATN OT CKOPILY-
1bI, O0BEAUHSAIN 6 IITYK B OTHY
mpoby ¥ THIATEIHHO IePeMeIH-
BAJH C HMCIOJIb30BAHUEM OBITO-
BOTO MHKCEPA.

IIpo6onodzomoska. Ilpu ana-
nu3e 06pasIoB MsAca, MACHBIX
MPOAYKTOB, CyOIIPOYKTOB U SHII
B IIOJIUIIPOTHIEHOBYIO IIPOOHp-
Ky eMmK. 15 wma BHOcuam 2,00 r
TIATETHHO M3MEIbYeHHOH Ipo-
on1, mobamisu 10,0 Mo cmecn
0,05 M pacrsopa 9JITA u ame-
rouutpuna (20:80 % 06.), mepe-
MemuBaiu B TedueHune 10 MuH,
3areM IeHTpUQyTUPOBATIH B Te-
yegue 10mur (4000 06/MuH)
npu 4 °C. Orbupanu KUIKAH
CJIOH B HOBBIH (PJIAKOH M yIIapH-
panu npu 40 °C B Toke azora 110
0,8 - 0,9 mu. Tamee obbeM 3Kc-
TpaKTa [JOBOAWIN JEHOHU3U-
poBaHHOU Bomo# a0 1 mi, mepe-
MEIIIUBAJIN 5 ¢ U (PHIHTPOBAIH
yepes MeMOpaHHBIH (QUIBTP
0,20 MEM B MUKpPO(IAKOH I
xpomarorpadupoBaHus.

IIpu amanuse o0OpasIOB MO-
JIOKA ¥ MOJIOUHBIX TPOIYKTOB B
TIOJIUIIPOIIUIIEHOBYI0 TIPOOUPKY
eMmK. 15 mu BHocunu 2,00 r Tiia-
TEJILHO IIePEeMeIIaHHON IIPOObI,
no0aBIAIM 8 MJI AIeTOHUTPUIIA
u 40 mr JJITA, nmepemeruBamiu
B Teuenne 10 MuH, 3aTeM IleH-
TpuyrupoBaii B  TeYEHHE
10 mun (4000 06/Mun) mpu 4 °C.
Orbupanu BEepXHUH CIOH B HO-
BBIH (PJIAKOH M yHAPUBAIH TIPH
40°C B TOorke asora mo 0,8 -
0,9 mu. lamee o6bpemM SKCTpaKTa
MOBOAMIN  JIEMOHU3UPOBAHHOM
BOJOM 1m0 1 Mu1, TIepeMeluBaIn
5 ¢ u duabTpOBANIH Yepe3 MeM-
6pauubii ¢uabrp 0,20 MEM B
MUKPOQIaKOH ISt
xpomarorpadupoBaHUs.

Hoenmugurayus u onpede-
Aenue. AHAIUTBI UIEHTUDU-
[IUPOBAJIH TI0 TOJIYYEHHBIM XPO-
MaTorpaMMaM C HCIIOJb30BaHU-
€M IIPOrpaMMHOI0 00ecIIeYyeHus
Analyst 1.6.2 (ABSciex, ®peii-
vunrem, CIIIA). Hewussecruyio
KOHIIEHTPAIIUI0 aHAJIUTA B IIPO-
0e ompenenasNI METOIOM H30-
TomHOTO pasbasnenus. B ananu-
3UPyeMyo Ipo0y BBOIHIHN CMECh
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Puc. 1. XpomaTorpamma 1o o61eMy HOHHOMY TOKY AJIf DKCTPaKTa U3 IedeHu (Mefa) U MaKCHMAaIbHBIH MaTPHIHBIA 3 dekT,

pacnpe;[eneHHbIﬁ II0 BpEeMEeHU yaep:KUBaHUd aHAIUTOB

Fig. 1. Chromatogram of the total ion current for the liver (honey) extract and the maximum matrix effect distributed by the

analytes retention times

IeUTePUPOBAHHBIX BHYTPEHHHX CTAHIAPTOB
(5 — 50 Hr/r), IPOBOAUIN aHAIN3 W KOHIIEHTPAIIUIO
PACCUUTBIBAIIM C WCIOAb30BAHUEM IIOIPABOYHBIX
K03 pUITHEeHTOB 11 KaK10ro anamuTa (Tabi. 2):

Cx = CI[06Sxk/SB‘CT.X’

ITe C, — KOHIIEHTpAIua J00aBKM BHYTPEHHETO
craHmapra, Hr/T; S,, S, «;x — IJIOMIAJN XPOMATOTPa-
(prueckux MUKOB OOHAPYIKEHHOTO aHAIUTA B mPobe
M COOTBETCTBYIOIIETO NAHHOMY KJIacCy aHAIUTOB
BHYTPEHHEr0 CTaHAapTa COOTBETCTBEHHO; kK — IIO-
MPABOYHBIN KOS (UITHEHT.

IlompaBounsbie K03 QUITHEHTH! (CpeaHee 3HAUe-
HHe) ObLTH IPEeIBAPUTEIBHO PACCYUTAHBI IS YPOB-
Heit koumenrpamuit 1, 10, 20, 50 u 100 ur/ma mo co-
OTHOIIIEHUAM IUIOIAJEH MMUKOB JeATepHPOBAHHBIX
CTAaHJAPTOB U CTAHAAPTHBHIX PACTBOPOB AHAIUTOB:

k = S4/Sq,

rae Sy, Sy — mIomaau XxpoMaTorpapudecKux THKOB
BHYTPEHHEr0 [eATepHPOBAHHOTO CTAHIAPTAa U aHa-
nuta coorBeTcTBeHHO. OmpeieneHue mompPaBOYHOTO
Kos(puIeHTa I PA3THIHbIX MATPHUIl (MsICOo, mIe-
YeHb, MOJIOKO, Me]l, SiIa, pbida) IPOBOAWIN AHAJIO-
FHYHO BBEIEHUEM B «4HCTBIE» Impobsl 1, 10, 20, 50 u
100 ur/r gefiTepHPOBAHHBIX U HEIEHTEPHUPOBAHHBIX

craHgaproB. IlpoBogunau MMPOGOITOATOTOBKY Kak
OIIMICAHO BBIIIE, XPOMATOTPAQHUPOBAIN U 110 XpOMa-
TorpamMmmam ompegensaaun Sy, S.

Mampuunwtii agpgpexm (%) oreHuBamu 1m0 Qop-
Myie:

MO = 100(C/D - 1),

roe C, D — 3HaueHUs HAKJIOHOB I'PaJIyHPOBOYHBIX
rpaduKOB, OJYUYEHHBIX [JIS Y9KCTPAKTOB U3 MATPH-
bl ¥ JIEMOHU3UPOBAHHOM BOABI COOTBETCTBEHHO B
muanasone 0,1 — 100 MEr/kr.

Yenosus xpomamozpaguueckozo pasdeneHus u
demexmuposanus. B kauecTBe MOABMIKHBIX (ha3 A u
b ucnonpszosamu 0,5 %-Hble BOOHBIA M METAHOJb-
HBIA pacTBOPHI MYpPaBbHHOU KHCIOTBI COOTBETCT-
BenHo. Cropocts moToka cocrapisana 0,3 MJI/MEH.
Ocy1mecTisiiu TPaueHTHOE 3IIOUPOBAHUE:
0-1mua — 100 % A, 1- 17 Mua — rpagueHTHOe
ymenbimenre 10 0% A, 17-20mua — 0% A,
20 - 20,1 mua — 100 % A, 20,1 — 25 mun — ypaBHO-
pernuBanue Koaouku (100 % A). Temneparypa xpo-
Marorpaduueckoi Konouku cocrasisia 40 °C, 06b-
eM BBOIMMOW mpo6br — 10 MKI.

ITapameTrpbr paboThI Macc-CIIEKTPOMETPHIECKO-
ro merexropa: remieparypa ucnapureins — 500 °C;
HaIps/KeHWe Ha pPACHbUIAONIEM Kalwuiipe —
5500 — 4500 B; namnmenwme rasza coymapeHui (aso-
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Puc. 2. Xpomarorpamma mo o0ieMy MOHHOMY TOKY [ 9KCTpaKTa M3 MOJOKA (MAca) M MHHHAMATILHBIH MaTPHIHBIN 3 dekT,

pacnpe;[eneHHbIﬁ II0 BpEeMEeHU yaep:KUBaHUd aHAIUTOB

Fig. 2. Chromatogram of the total ion current for the milk (meat) extract and the minimum matrix effect distributed by the

analytes retention times

ta) — 41,37 xlla, ocyraroInero u pacrbUISIONIETO
razoB — 275,79 klla, saBeca — 137,90 xlla.

O6cy:xneHue pe3yabTaToOB

Boi6op ycioBuii mpo6omoaroTOBKH 63 OYUCTEH
aKcTpakTa meromoM T®PI ocyriecTBasamu s moLy-
YeHUs MEHAMAJIBHOTO MATpUYHOro sdpderra. Yecra-
HOBJIEHO, YTO TPU MAHHBIX YCIOBHUIX MATPUYHBIH
a(pperT makcumasien ausa medenu u mena (>-80 %),
MUHUMAJIEH JIS MOJIOKA, MsACa PA3JIUYHBIX KUBOT-
HbIX (>-40 %). Ha puc. 1, 2 mpeacraBieHbl Xpoma-
TOTPAMMBI KCTPAKTOB Pa3INYHBIX 00pasIoB U pac-
CUMTAHHbIE 3HAUYeHUs MarpudHoro sdgderra. Kak
BUJIHO W3 PHC. 1 ¥ 2, 3HAYNUTEIBHOE BIUIHUE MATPH-
112 OKA3bIBAET KaK pa3 B 00JIaCTH BPEeMEHU yIepiKu-
BaHuA wucciaenyeMbix aHaauToB (7 — 17 mum). Ias
HUBEJIHPOBAHUA TAKOTO MATPUYHOTO d(pexrra mpu
oTIpejie/IeHUY KOHIIEHTPAIINHM aHATUTOB IPUMEHSIIN
M30TOIHO-MEUYEHbIe CTAHIAPTHI U MIPUEM H30TOITHO-
ro pasbaBiieHUsd.

B Tab6n. 2 npejcraBieHbl AaHATUTHIECKHE XapaK-
TEPUCTUKH OTIpeJie]IeHNus BOCBMUIECITHA BeTepHUHAD-
HBIX TpernapaToB. Kak BHAHO u3 TAOMHIILI, ITOIpa-
BOYHBINA KO2(pHIIMEeHT & MMeeT IMPAKTUYECKH OJIH-
HAKOBBIE 3HAYEHUS JJIA BOJHBIX PACTBOPOB AHAJIH-
TOB ¥ PACTBOPOB pAa3MUYIHBIX MATPHI] (MOJIOKO,
MfACO, CyONpPOAYKTHI M Tp.). ITOT (PAKT ITO3BOJIHI

HaM He HCIIOJIb30BaTh MaTpUYHbIE I'palyupPOBOYHBIE
sapucuMocTH, Kak ykaszano B ['OCT [15 - 19], a pac-
CHYUTaTh KOHIIEHTPAIIUU aHAJIUTOB C IIPHMMEHEHUEM
MeTojla W30TOHHOTO pasbasienws. Kpome Toro, B
I'OCT [15, 17 — 19] nyist pasaUYHBIX KIACCOB aHAIH-
TOB IPEANHUCAHO MPUMEHEHNE HEeCKOIbKUX H30TOII-
HO-MEYEHBIX CTAHAAPTOB, YTO, HA HAII B3IV, He-
PalMOHAIBHO: MBI IpeJJiaraeM s KasKIoro Kiacca
paccMaTpuBaeMbIX COIMHEHHH UCIIOIb30BATh OIMH
M30TOITHO-Me4YeHbIH cranaapT. [lonpaBoYHbIN K0a(-
¢uruent k; B Tabm. 2 COOTBETCTBYeT OIpeielse-
MBIM aHAJWUTAM OJHOTO Kjiacca C OJHUM H30TOII-
HO-MEUEHBIM CTAHIAPTOM, KOTOPBIH yKa3aH B CKOO-
Kax TOCJie HA3BAHWSI KJIAcca OMpeleIseMbIX COeIH-
HeHui B Tadi. 2.

B coorBercTBuM ¢ paspaboTAHHON METOSHUKOMN
MPOBOAWJIN CKPUHUT TIPO0 MHUIEBHIX IPOAYKTOB HA
paccMmaTpuBaeMbl€e aHAIUTHBI. B Ciiydae BBIABJIEHUA
KaKoro-1u00 COeAMHEHHs ONPEeNeIAIN ero CoOIepKa-
HU€ PACYeTHBIM CIOCOOOM, HCIIONB3YS METOH H30-
TOIMHOTO pasbasnenusd. B Tabi. 3 npeacrasieHb! He-
KOTOpBIE Pe3yIbTAThI OMPEIeICHUS IIPU BhIABICHUN
OCTATOYHBIX KOJIHUYECTB aHTH6HOTHKOB B ITUIIE€BBIX
mpoaykrax. Kak BHAHO U3 TabGMHIIBI, MOIydYeHHBIE
Pe3yIbTaThl XOPOIIO COIJIACYIOTCA C Pe3yIbTaTaMu
anammsa o 'OCT. Crexyer oTMeTHUTD, 9YTO IIPH HC-
MIOJIb30BAHUHU [JAHHOTO CIocoba CKPUHUMHTA P00 U
OIlpefiesIeHnsl BETEPUHAPHBIX IIPErapaToB CyIeCT-



17

0 8

«3aBoackasa aboparopus. [[marnocruka marepuaaos». 2023. Tom 89.

8L-/8¢~  0%/8T 0¢ 6L 1281 T9LT y(q-rogeruHodLa]y
0T 160 €e'1/8€'T  8Y/FI-  €3/91 08 8T°L 0°93T/0°€3T 1°88T rogeruHodLommoNOdY Y, T
g0 €50 16°0/68°0  8L—/86—  T1¢€/81 0g 26°L 0°28/0°83T 1GLT 1rogeHHOdLaTA
08-/0 61/91 0S 6L 0‘e¥T 1791 ¢(-rogernNHOd LUH-IALONIALONTON O H, T
01 16 LG0/IS'0  0€-/0 08/91 0g 88°L 0'%6/0°0%1 18GT [OERHNHOALHH-IHLONL HLONHOHOdTH, T
(eq-rocermHoduyl]) 19rocerununodIu
¥9-/¥6- 6/9% 0S 86 1°631 £‘00¢ 6(-wrdmoronudy,
<] GL0 99°0/19°0  ¥9-/¥e-  08/¥€ 0g LL'6 0°€31/0°0€% 1163 nudnorenud,y,
GL—/e- G1/€% 08 1'6 1291 1°29% y(q-rogentedari)
<] €20 3G0/6T°0  OL—/%+ 96/9% 0g g'e1 1°80T/0°9GT 1118 HuoNoedIrs)
g0 ¥50 8%'0/9%'0  ¥9-/61-  63/3% 08 70T T°€T1/1°9¢1 1°89% 1r00M0WedIIL)
g0 €70 8€°0/28'0  89-/8+ %g/61 0S 701 T°€TT/T /95T 1°89% rogeonosudard)
g0 ¥8°0 €8°0/9L°0  SL-/e- £6/2% 0g 606 180T/1°9GT 1995 rogentedari)
G9-/31-  BI/¥% 0g GTT 1291 1093 y(-rogedroiomed L)
0°‘g eL'G LLO/9L'0  99-/31-  ¥€/3% 0S ST 1°80T/1°9ST 1995 rogeonoLenedarsy)
01 £0‘e 19°0/88°0  G9-/L- 08/%% 0g L€T T°9%T/1°9GT 1108 HUIRONOHUXRPILL])
L9-/GT-  Q1/9% 0g 9'01 1981 1°G8% y(-HugRIIWRDIILD)
<] 00T 16°0/98°0  89/%— 1%/€% 08 Gg1 0°26/0°9GT 1°G65 mueerndunmonoreedari)
<] ¥5'1 eI'T/16°'0 89-/96—  8€/%% 0g 601 1°80T/1°9ST 1183 HugerndunnoNoLaWedIrA)
01 €50 Ve1/89T  89-/Le—  ¥8/1% 0g 9°0T 1°80T/1°9GT 1123 roguLowedarrAn)
€31 91°¢/L'e  €L-/TT-  08/8% 0g g'e1 19GT/1°G¥5 1118 HUONOLOWHIeIIrAD)
G0 13°¢ ¥67/STY  0L—/9- 33/€% 08 P11 T°9GT/1°99T 1°L8% /1°G8% uugerudundorxedari)
<] GL0 08'3/0%'c 39/~ %8/9% 0g L6 T°0TT/1°9GT 1°G9% Hueedowedars)
g0 €50 LL0/SL0  L9-/ST-  T1€/€% 0g 9'0T 1%61/1°981 1645 HugRIOWRDILAD)
L9-/G+ G1/€3 0S L8 1291 1°L9% y(-Hugeniredari)
01 290 28°0/68°0  9G/g- qT/ve 0g £'6 T981/1°9GT 1095 auruduiredard)
01 12°G ¥6'1/€0C  G9-/¥+ 61/61 0g 0‘g 09/1°9GT 1613 HurHHRATR(IrAD)
01 191 0g‘'0/7e'0  L9-/9+ 16/0% 0S L8 1°80T/1°9ST 1193 HugRUIePIIA)
(F@-roceniedari)) IMrunernHedari)
(OMHORBHE . ‘
HWMMME AMMMMMMMm ooHIadd) oxm«m\mmz .amMmMMME .wmmmmuwoﬂﬂzmq im%ﬁﬂ“ﬁwwi Z/w ‘19HOU Z/w ‘MuHHOL Lrreny
2 Iy N\MMMMNM,H % ‘€N sridong ———— wwodg ouHdoRO|] -Loomradn-HOY]

UOTJRUTULISISP PUR UOTILDJIJUIPI SSNIP ATRULISISA JO SOIPSLI9IORIBYD [BIOUSY) *F A[qE],

goredenedn xiandenndored BUHOIOT0dII0 U HATRNU(ULHOTY nIuLONdoLTBdRX SITHIOHD() ‘G BIHIrgR ],



0 8

«3aBoackas Jaboparopus. [Juarsoctuka marepuanos». 2023. Tom 89.

18

<] €90 65°0/3€°0  09-/%~ L2/S¢ 0L 0‘sT G'9LG/0°8ST g'veL mumrwodinde
g0 0&~/1%~ 03/6€ 0L 131 G765 L°28L eq-aunmnodiney
<] €80 09%/08°2  62-/01-  8¥/c¢ 0L €01 8GT/€LLS 9'908 HEIIWOdTeTA ],
<] eVl 9v'6/16c  98/0g- €G/LS 0L g'el G'vL1/€'969 9'698 HUEOMUNIH],
G0 oo %5'e/LE'e €8-/S1-  9g/gg 0L 02T T‘PLT/6°00T 447 Humwedurr)
AMQ-NNHNEQQEEJJ 19rurodIe\
0L-/96~  21/2g 0L L0T 18%¥ 1697 HHULMHAIOLMOWO ]
0T ¥0°T %0‘T/90‘T  0L—/08—  3%/8% 0L 131 TCOV/1Vv¥ T'6L¥ Hurymredordoiry
01 150 6v'0/9%'0  28-/3¢-  3E/ET 0L g'el 1°01¥%/2°8%¥ rAlsiag HUIMHITHIONO ]
01 €6 26°2/€8c  9L-/91-  93/1% 0L 9°01 1°29¥%/8V¥v g'197v HUAINAITed oL
0T g0 ev'o/6v'0  GL/9- 81/G¢ 0L 70T 3'LTY/T 0TV A 47 HUIHTedIa ],
Amﬂsmﬁdosmws@ﬁv 1I9HUIrIumedrLo J,
09-/0T— G- 99— L‘eT 0°66T T°0%¢ (-) LO-5 HALTHOMHEL T
0°0T €50 92'0/93°'0  L9-/¢—  GI-/81- 66— G691 0°95€/0°65% 1°00% (-) HULIHITRON ()
00T ¥L0 LI'T/9%°T  L9/18- T11-/%1- 09- G'91 0'G0€/0°80% z'6ve (-) A HAUUHITHES
(Y £e0 6£6/8%°c  99-/91-  11-/91— 09- Le1 0°68%/0°C61T 1'ege (=) D HULTHIHHO ]
(Y €60 Yev/IOVY  LS/¥E-  9T-/TT- GG- ¥LT L3E/TVEY 1'89% () HULTHITEdNOL 1 ]
00T ¥1°0 69‘g/I8’c 09/  91-/0T— Gg- 891 1°662/1°06€ 187574 () HULTHITEdNOI )
99-/9T-  GI/8T 0¢ LGT 1681 1°Gv¢ L(-9) HALTAIHHO]|
0°‘s z8‘e €6'9/86'Fy  ¥9-/¥e-  0€/81 0¢ %e8 T71T/1°80% 1°99¢ HULTAIHONOWY
0T €gT 89'T/8G‘T  89-/¢6-~  93/d% 0S 71 1°901/1°261 1°0G¢ HULTATALNY
(Ld-H HULTANHHI][) ITHUIITHITHHI |
ve+/v+ 6/%% 0S Gzl 0°L3T T'6LT g(-rogeruHodiry]
01 %e1 ¥L0/8L°0  08+/S+  ¥3/1g 0g gzl 0'731/0°601 T°0LT rogeruHOdITE]
9e+/1+ 6/L3 0¢ LT 0‘TLT 1681 g(-rogernrodunnonodrn, T
0T 16°0 €1°'0/60°0  92+/1+  L3/8T 0¢ LTT 0321/0‘891 1981 rogerunodnnmonodyy, |
09+/%+ 6/91 0g 68 0‘e¥1 1702 €(-IOgRTHHO J
G0 790 I70/L¥0  Sv+/8+ Gg/0g 0S 6°6 0°€6/0°‘131 1°87% [rOgeYUHA,
<] 2e1 68°0/36°0  09+/g+  9€/2% 0¢ 12‘8 0‘T8/0°96 1Gv1 rogerndionuy
g0 ¥L°0 9V 0/L¥'0  gE+/9+ €€/03 0S 626 0'28/0°831 1981 rogeruHda ],
0T 16e 06°0/88°0  09+/¥+ L3/ST 08 188 0°GS/0°071 1°10% rOgeTUHO
wamww.mmm . ¢
IM/IIN (PHHOKEHE 9oHIradd) OMBIN/HAN dqe g “man HuW 4 Z/w ‘19HOU Z/w ‘AUHHOY

jexrod ¥




19

0 8

«3aBoackasa aboparopus. [[marnocruka marepuaaos». 2023. Tom 89.

G0 €60 8e‘0/1e'0  89/31- $€/32 06 L21 LTG/1°LET 1°Gge rodorHaIIRTA

€9-/L— 6/9% 06 81T 5'8¢% 5058 6(-rodarfgey
0T 70 LY'¥/9v'y  89-/8— €e/LT 06 G8°L €°G31/8331 €'93% Hurerfgday,
0T eL‘0 0e‘1/63°T  91-/¢- o¥/2g 06 911 T'6TT/T%ST 1°82% rodor£QorAy,
<] €90 9T/L9T  €9/L— VG/LT 06 8TT L25/6°G65 G118 rodarigey
0T ¥8°0 ¥6'1/26‘T  GL/S— $2/81 06 LTT 8°C63/1°6¥E 1°L9¢ rodazfgmodg
0T GL‘0 80°T/S0'T  TL/9— ee/L1 06 6°CT a8T/1'%¥%¢ 6395 rodoLenrug
0‘g $5°0 %e'/ev's e1-/e- 92/91 06 0‘8 e8¥1/1°335 1°0%3 rowerfgue)

L8-/S%~ 6/LT 06 01T 0892 1°98% 6(-rodorAgHoIry]
0T 95T 0S‘T/89'T  99-/02—  9%/81 06 0°0T 1°60%/6'7 L% 5'e6% 1r0doLAQHAIN-IULOWHONOAIH, T
01 G6‘T 11°2/90  Le-/95—  ¥&/91 06 01T 1603/6'89% LLT rodarAgHary

8L—/0T~ 6/1% 06 g‘q1 ¥'191 ¥'e9% 6(-rodorAgmu]]
(] €70 €9'T/6L'T  9L-/%e—  93/e¥ 06 0'6 1°GeT/T°L0T 5708 rodaLoHa
0T €30 15°1/63°T  09-/€5— 61/1¢ 06 %'6 0L%/1'131T 1°38% HudYoLI ]
0T ov'0 03°'0/LT°0  8L—/0T—  €g/%1 06 e'qT 1°091/1°915 1785 rrodoLAQmHY]

€5+/8+ 6/91 06 LL 7°602 7122 L{-rodorenuy]
0G 151 ¥80/7L'0  €e+/8+  €a/¥1 06 69°L %'091/2°20% 444 roderenuy]

(6-rodorAQHOIY) I9LOHHOIE-(

L8-/86-  0%/68 0L %91 5'69% 9°1LS 9(-HUL ANSHIrRY
<] 1.0 89°0/0L°0  0L/g— Lv/eg 0L 971 6'811/0°261 7' 76¥ HUIAWeH],
g0 ¥eT ev'T/ge'T  L8-/8¢- 19/1% 0L 4 0°L¥1/0°€9% ely HUI ANOHIBE

(9(-HUIANSHIrRy) IMHUIHLAWOdIaIr |

99-/1%~ 9%2/9% 0L g‘e1 0°08¢ ¥'82% €(-HUTANBTHALY
<] €72 8V'G/6¥'G  89/61- 1%/1€ 0L €g1l 0°69€/0°BT1 g1V HATHNALdH] |
<] A LVT/LET  99-/18-  G€/9% 0L G'eT 931/T°LLE £'qs¥ HUITHWRTHHIY]
<] 050 67°0/1S°0  L9-/66-  9€/9% 0L 196 931/2'6G¢ g'L0¥ HUITHNONHH][

(S-HHIHWRIHHULY] ) ITCTHNCEONHHA] P

Gy—/ST+ 03/1¢ 0L 0°91 7989 LY¥8 L(-HEITHNOALIONO ]
g0 €90 av‘e/1e'e  99-/8¢+  L¥/0S 0L g‘91 07LT/0'635 9°2¥01 HHEOTBENH],
g0 %€‘0 €3'0/32°0 19-/0e+  gg/ee 0L 0°91 £°069/891 9'8¥L arnunodinderyy
G0 ¥L0 evV/vSY  09-/3+ 6¥/6¢ 0L 671 VLT/GGLL 9'916 HUEOTH],

wamwf.mmm ¢ ¢
IM/IIN (PHHOKEHE 9oHIradd) OMBIN/HAN dqe g “man HuW 4 Z/w ‘19HOU Z/w ‘AUHHOY
aHun,) mommwaov eradien % ‘€N .m%%,mwﬂms .NMMMMMMMMOMHH ”wmmhﬂwnﬁwﬂ% aundanoyf -LoomYadi-HOp Y

jexrod ¥




0 8

«3aBoackas Jaboparopus. [Juarsoctuka marepuanos». 2023. Tom 89.

20

66-/0T- 14 09- v'e1 0°L8T 093¢ () gq-roxuHEapWedoIry
g0 ¥6°0 €6°0/S6°0  ¢¥-/ST-  91/¥% 09- V€1 0°L82/0°2ST 0‘12¢ (-) ronuHawedorry
0T 950 €5°0/65°0  63/6- G¥/92 0L— 8TT T°6TT/1°G8T 0‘9ge (-) rouuHa(pdor g
(eq-romHIdmedory) I9rodHHI PNy
%8-/1L-  91/0& 0S eT1 G'09¢e 5768 g(-HuITEdNOU(RdE)
g0 €2's 19°0/9%'0  28-/IL—  8€/9% 0S g1 1662/1°Gv¢ 5'98¢ Hureoxordede))
8L-/0T-  0%/08 0g 6'e1 0'6¥% 1°L9% G(-BLOIOMY BRHOHHI0IN()
<] A 68°T/S6'T  ¥L/e— 0£/93 0S 9.6 L13/1°98% 5708 BLOIOMY BRHOIHNSIIH]
0T €8T 15°T/e€‘T  08-/9T1— ¥2/S¢ 0g 6°c1 ¥¥8/1°913 1°29% BLOLOUN BRIOHULI0IN()
€9-/G- 6/1¢ 081 90T 1°L08 A4S gQ-Hureoxorddory
10 €50 99°T/0S'T  L9/9— 03/€€ 08 0°0T 1°038/1°g%¢ 0°e9¢ Huredxorgogdey
0T 780 ¥50/s¥‘'0  18-/1¢- 4dl4% 0g 9‘c1 0%¥2/0°50% 1°29% HUEMONOIL D
10 00T 68°‘T/98°T  ¥9-/01-  LG/€% 08T 9'0T €'308/€°9L% 1°0%¢ Hureoorgdof]
0L=/9- G1/g¢ 08 e‘eT 1°61 1°8€% G(I-BLOLOMN BRHOONUIHUIEH
0T 01T 0T‘T/00‘T  3BL~/9— 12/5¢ 0S e'qT 0°GT3/0°L8T 1'e€% BLOIOMY BREOIMHIUIBE]
09-/0%— 6/8% 08T 6°0T 5138 z'q98 G([-HulTeaxordodHg
10 ¥9°0 ¥9°0/99°0  0L—/€T—  ¥@/2e 0S 01T 1°80€/1°G9% 5'55¢ HUITEDHOL(PINO]TP
10 qI‘1 LTT/6T'T  18-/86—  8€/9% 0S 701 1°818/19% 1°39¢ HEITEONOI PO
10 080 €L'0/%8°0  99-/95—  9€/9% 08T 6°0T 1'6¥2/1°91¢ 5098 HureoxorgodHe
8L—/gv~ 6/3¥ 0g T'T1 1°665 5'e0¥ £(q-HUITRNON U]
10 47 6LT/S8T  8L-/S¥—  0¥/6% 08 T'T1T 0°662/0°95¢ g'00¥ HUITeoru |y
10 GL°0 S9T/¥9T  €9-/9- 1€/92 0g T'TT 0°96/071€ 1°8g¢ HUITEONOL(POHR]]
19-/9T-  8T/L% 0S L0T 1°96% 0‘0¥¢ 8(-Hulreoxordoduy]
g0 0T‘1 60°T/8T‘T 19-/9T-  Gg/6¥ 08 L°0T 1°883/1€% 0°gee Hureoyordodimy]
(eq-HHITRNOr(POodHE) ITHOLOHIY
89-/G— 0T/LT 06 GTT 1°06% 1°80€ 9(-HUWRIIOLN. J
0T 090 29°0/99°0  BL/8— L3/91 06 9°GT 5'€05/97¢ 0°€9% rodarodirHorry
0T 0S‘0 6%°0/T7'0  89-/9- 13/91 06 g11 T‘T31/1%8% 5°20¢ HUWRIIOLYR ]
89-/31~ 6/9% 06 L21 5'3€3 z'9ee 11(Q-rodolHAIIRTy
0T €30 €9°0/L9°0  T1L-/%T-  T1€/0% 06 61T T°0ST/1%8% 1°30¢ HudAo3oe]]
<] 950 €L°0/99°0  gL-/¥1-  S1/8% 06 03T €L3/1°€0% 6°06% r0doLHAIIHAIIY
Awmmwf.mmm ¢ ¢
IM/IIN (PHHOKEHE 9oHIradd) OMBIN/HAN dqe g “man HuW 4 Z/w ‘19HOU Z/w ‘AUHHOY
- mmmww ) JMMMMNM: % ‘€N .m%% MWMMU .MMMMMMMMVMHH "wmmhmwnw%wﬂ% aundanoyf -LoomYadi-HOp LHIEHY




«3aBoackasd maboparopusa. [[marnocruka marepuanaos». 2023. Tom 89. Ne 8 21

Ta6mauua 3. Pesymbprars! aHamusa MUIEBBIX MIPOAYKTOB 10 paspadorannoi meroguke u ['OCT (n = 3; P = 0,95)
Table 3. Results of the food analysis according to the developed methodology and GOST (n = 3; P = 0.95)

Haiineno, Mxr/kr (S,)

O6wexT ananusa Anamur
Paspaborannas meronuka T'OCT
Miico mpimienka 6poitiepa I[unpodnokcaruu 43 + 5 (0,05) 49 + 3 (0,02)
Msico kypuirst XnopamgpeHuKOoII 8,2 = 0,9 (0,04) 6,1 = 0,4 (0,03)
Konbaca OKcuTeTpanKInH 18 = 4 (0,09) 12 = 6 (0,20)
JloxcHuIuKIuH 8,0 + 0,3 (0,02) 8,0 = 0,9 (0,05)
TloBapuna XnopamdeHuKoI 20 + 6 (0,12) 17 = 4 (0,09)
Ao IMunpodrokcamnma 18 = 2 (0,04) 16 = 5(0,13)
Pri6a AupodIoKcauy 84 + 7(0,03) 90 = 6 (0,03)
unpodrokcanmu 54 + 0,6 (0,04) 4,1 + 0,8 (0,08)

BEHHO COEpanfarTCd IIPOAOTHHUTEIBbHOCTb U CTOHU-
MOCTH aHAJIHU3a.

3axarogeHue

Mertos BBICOK03(I(DEKTHBHOM SKUIKOCTHOH XPO-
MaTorpa)uu B COUETAHWM C TAHAEMHON MaCC-CIIeK-
TPOMETPHEH IT03BOJIAET MAKCUMATIbHO 3(P(PEeKTUBHO
pelaTh MoBcefiHEBHbIE JabopaTOpHbIE 3a1a4uu, Ta-
KHe KaK CKPUHUHT P00 ¥ oIpeeieHre 0CTaTOYHBIX
COZIEPKAHNHN BETEPUHAPHBIX MPErapaToB U UX MeTa-
6OJIUTOB B CIy4ae yCTAHOBIIEHUS COOTBETCTBHUSA IPO-
IYKIUU perJaMeHThpyeMbiM TpeboBanusam. B pa6o-
Te pacCMOTPEHBI YIIPOIIeHHAas MPOOOIOATOTOBKA U
€1r0co6 M30TOITHOTO Pa3baBIeHUs A OIpeIeIeHUs
rourenrpanuu 80 anamuroB. Vckimiouyenbl cramguu
TBepIOo(aA3HOH SKCTPAKITUN, MATPUIHON IPayHpPOB-
ku. [Ipemmoixeno ais KamIoro Kiacca COeTUHEeHUH
HCITOJIb30BATh OfWH M30TOITHO-MEUYEHBIH CTAHAapT.
Y CcTaHOBIEHO, YTO TOMPABOYHBIN KO3 UIIUEHT He
MEHSEeTCSI TPU HMCIOTH30BAHUU BOJHBIX PACTBOPOB
AHAJIUTOB W AHAJIUTOB, U3BJIEUCHHBIX U3 PA3TUIHBIX
marpuil. Jd omnpeneseHus KOHIIEHTPAIIUNA B P00y
BBOJIWJIN W30TOITHO-MEUEHbIe CTAHAAPTHI (0 OIHO-
My M3 KayKJIOTO KJIacca), IPOBOJUIN IIPOOOIOATOTOB-
Ky W XpoMarorpaupoBaHue, B ciydae oOHApy:xe-
HHUS KAKOTO-THU00 JIEKApCTBEHHOTO CPEeACTBA KOH-
[EHTPUIO PACCUUTHIBAIIM C YYETOM ITOIMPABOYHOTO
Koa(purmenra.

duHaHCHpPOBaAHUE

Pa6ora Beimonuena ua 6ase ormena 6e30macHo-
CTH THINEBOM U KopMoBou mnpoxaykinuu PI'BY
«BI'HKH ».
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ONIPEJEJEHUE APUCTOJIOXUEBOM KUCJIOThI
C IIOMOIBbIO ITBE3O3JIEKTPUUYECKOI'O TMMYHOCEHCOPA
HA OCHOBE MATHUTHBIX YTI'JIEPOJHBIX HAHOKOMIIOSUTOB
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IIpencraBnena MeToquKa OnpeeIeHNs aPUCTOIOXUEBOM KUCIOTEI (AA) B IHINEBON HPOAyKIAN
C UCITOJTb30BAHUEM THE309IEKTPHIECKOTO MMMYHOCEHCOPa, B KAUeCTBe PACIIO3HAIOIIETO0 CIIOS KO-
TOPOTO CIIY:KUIU MATHUTHBIE yriaeponHbie HaHokoMosuTbl (MYHK) ¢ mmMobmimrnszoBanbivu HA
¥X MIOBEPXHOCTH GelMKoBbIMU KoHbloraramu AA. MsydeHbl CriocoObI CHHTE3a MATHUTHBIX SAEP
Fe30, u ux 3akpelieHne Ha IIOBEPXHOCTH MHOTOCTEHHBIX yriieponHbx HaHoTpyOok (YHT). Me-
Tomom M K-criekTpockomnuy yCcTaHoBiaeHo, YTo (pOPpMHUpPOBAHKE PACIO3HAIOIIEr0 CJIOS CeHcopa
IIPOUCXOANT BCIEACTBHE 00PA30BAHUA KOBAIEHTHBIX CBA3EH MEKIY aMUHOIPYIIIAMU KOHBIOTA-
T0B AA u kKapbokcuwibabiMu rpymmnavu ¥ HT. Omnpenenenbl KOHIIEHTpauy 0eIKOBBIX KOHBIOTA-
T0B Ha ocHOoBe oBambOymmua (OVA) m 6bramero ceiBoporounoro amsbymuua (BSA) (0,3 u
0,2 mr/mit) u crenenb pasbasienus anturen (0,25), obecreyuBalye ONTUMAIbHBIE XapaKTe-
PHCTHKHU TIHE309JIEKTPHUIECKOr0 UMMYHOCEHCOPA. ¥ CTAHOBJIEHBI METPOJIOTHYECKUE XapaKTepu-
CTHIKH OlpefiefieHuss AA IIpeJIoKeHHbIM CIIOCOO0M: AMAA30H OMpeNe/sseMbIX COIEpPKAHUN U
npenen obHapy:keHua AA pu IpPUMEHEHNH THE303IEKTPUIECKOT0 HMMYHOCEHCOPa C PACIIO3HA-
romyM cnoeMm Ha ocHoBe MYHK/AA-OVA u MYHK/AA-BSA cocrasiaior (ar/ma): 50 — 400 u 10;
100 — 300 u 50 coorBercrBerHo. Cercop ampobuposaH mpu onpenenennn AA B 06pasiiax KATau-
croro purouas u BAJl mist moxynenwus. B uae kuciora He obuapy:xeHa, a B BAJl ee comep:xanve
cocrasisier 3,2 MKI/T.

KiroueBnlie cioBa: apucToJioxueBas KUCI0Ta, HBeBOBJIeKTpI/I‘{eCKI/Iﬁ HUMMYHOCEHCOpP; MarHuT-
HbI€ HAHOKOMITIO3UThI, MHOTOCTE€HHBbIE YIJIEPOIHbIC HaHOpr6KI/I; MArHUTHbIE€ HAHOYACTHITBI.

DETERMINATION OF ARISTOLOCHIC ACID USING A PIEZOELECTRIC
IMMUNOSENSOR BASED ON MAGNETIC CARBON NANOCOMPOSITES
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A technique for the determination of aristolochic acid (AA) in food products using a piezoelectric
immunosensor is presented. Magnetic carbon nanocomposites (MCNC) were used as the recognition layer
of the sensor, on the surface of which protein conjugates of AA were immobilized. Abstract-Methods for
the synthesis of Fe;O, magnetic nuclei and their attachment to the surface of multi-walled carbon
nanotubes (CNTs) have been studied. Using IR spectrometry, it was found that the formation of the recog-
nition layer of the sensor occurs due to the formation of covalent bonds between the amino groups of AA
conjugates and carboxyl groups of CNTs. The concentrations of protein conjugates based on ovalbumin
(OVA) and bovine serum albumin (BSA) (0.3 and 0.2 mg/ml) and the degree of antibody dilution (0.25)
were determined, which provide optimal characteristics of the piezoelectric immunosensor. The
metrological characteristics of the method for determining AA have been established. The range of deter-
mined concentrations of AA and the limit of detection when using a piezoelectric immunosensor with a
recognition layer based on MUNA/AA-OVA and MUNA/AA-BSA are (ng/ml): 50 — 400 and 10; 100 — 300
and 50, respectively. The sensor has been tested in the determination of AA in samples of Chinese herbal
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tea and dietary supplements for weight loss. No acid was found in tea, and in dietary supplements, the acid

content is 3.2 pg/g.

Keywords: aristolochic acid; piezoelectric immunosensor; magnetic nanocomposites; multi-walled car-
bon nanotubes; magnetic nanoparticles.

BBenenune

ApucronmoxueBas kwuciora (AA) — mdeticTBy-
OIUA KOMITOHEHT MHOTOJIETHHX TpPaB U JiepeBsd-
HUCTBIX JIUAH CceMeUCTBa KUPKA30HOBBIX, KOTOPBIN
o0/1aziaeT MOYErOHHBIMH W TOHHU3HUPYIOIIMMU CBOM-
CTBaMU, a TaK:Ke aHTUHH(EKIIMOHHBIM BO3/IEHCTBH-
€M Ha MOYEBBIIEeIUTENbHYI cucremy. OmgHaKo B
90-x rogax IpoILIOro BeKa ObLIO YCTAHOBJIEHO, YTO
HapAgy C 0JaroTBOPHBIM BO3[EHCTBHEM Ha Opra-
Hu3M AA TIpu perynspHOM yrnoTpeOJeHH! BhI3hIBa-
eT 3JI0KaYeCTBEHHbIE HOBOOOpa30BaHMs U 3a00jieBa-
HHUA TOKCHYECKOH HHTEPCTUITUAIBHON HedporraTrei
(apucronmoxueBoit medpomaruei) [1—3]. Ilo sroit
npuurHe AA B IPOAyKTaxX IMUTAHWUI WM JEKAPCTBEH-
HBIX CpeJICTBax 3amperrena 6oiee uem B 20 crpanax
Mupa, B ToMm uncie u B Poccuu (¢ 2008 r.). Hecmor-
pd Ha 570 B Asum AA B MHKPOKOHIIEHTPAIIUIX [0
CHX TIOP MCIOJB3YIOT B KauecTBe KOMIIOHEHTa OWO-
JIOTHYECKH aKTHUBHBIX m00aBoK (BAJl) mms moxyme-
HUS, IPOTHBOMAPA3UTAPHBIX IIPEIapaToB U CPECTB
npoTuB 6eccounwuirsl (4, 5]. Ee mossnenue Bo3MO:K-
HO W B JAPYTHX cTpaHax, mockoiabKy BAJl me Bcerma
MPOXOIAT TOKCUKOJIOTHYECKYI0 SKCIIEPTH3Y IIPH IIe-
peceyennu rpauuibl. IlosToMy BecbMa akTyaabHOM
3ajavue ABIAETCI pa3paboTKa METOTUKHU OIpefiee-
uus AA B BAJl u pacTuTenbHOM ChIpbE.

B Hacrosmee Bpems mis onpenpenenus AA wuc-
MIOJIB3YIOT XpOMAaToTpauiecKre METOIbl aHATu3a,
B YACTHOCTH, BBICOKO3((EKTHBHYIO IKHIKOCTHYIO
xpomarorpadguio (BIKX), obecrieunBamiyo HH3-
KUU TIpefiesl OOHAPYKEHUS W IIHPOKWH [Uana3oH
ompenenseMbix comep:xanuii AA [6 — 9]. OxgHaxko 1mo-
MOOHBIHM aHaIN3 TPebyeT MPOIOIKATEILHON IPo6o-
MTOJITOTOBKM, YTO CTUMYJIHUPYET IOSBIEHHE HOBBIX
0oJiee DKCIPEeCCHBIX METOIUK ompeneneHusd AA.

Bce uwaie 151 onpemenenus ciiefoBbIX KOHIIEH-
Tpaluii AaHAJIUTOB B IHIIE, PACTUTEIILHOM ChIPhe U
OMOJIOTHYECKHUX JKUKOCTAX MPUMEHAIOT ITHe303JIeK-
TPpUYECKHe WMMMYHOCEHCOPBI, XapaKTepU3yIOIHecs
BBICOKOHM YyBCTBHUTEIILHOCTHI0 U CEIIEKTHBHOCTBIO,
CBABAHHOM C IPHUPOION PACIIO3HAIIIUX MOJIEKYII.
IIbeso0smexTpuyecKkne rpaBUMETPUYECKHE WMMYHO-
CEHCOPBI IIO3BOJIAIOT IIPOBOAMUTDH IPSMOE OIpeeie-
HUe IIeJIeBbIX AHAJIUTOB B Mpobe 06e3 MpUMEHEHWs
CIIEIIHAIPHBIX METOK B IIPHUCYTCTBUH OOJBIIHUX KO-
JIMYeCTB MeIamimx koMmoHeHToB [10 — 14]. Ina
TIOBBIIIEHNUA YYBCTBUTEIBHOCTH OIPEJEeHUsa Pas-
paboTaHbl pasaUYHbIE HPHEMBI, 06eCIIeYHBaOIITe
yBeJIMueHre ILIOMIau TOBEPXHOCTH CEeHcopa, Ha-
[IpUMep, IyTeM IIPUMEHEHHS MATHUTHBIX YIJIEPOJ-
gpix HaHokomnosutoB (MYHK) — mHOrocreHusix
yrieponubix HaHOoTpy6OoK (YHT), Mmomguduinposan-

HbIx MarHuTHbIME HaHodacturamu (MHY) Fe;0,.
IIpumeHeHre MArHUTHBIX YIJIEPOAHBIX HAHOKOMIIO-
3UTOB CIIOCOOCTBYET HE TOIBKO YBEIUIEHUIO III0IIA-
IV AKTUBHOH IOBEPXHOCTH PACIIO3HAOIIETO CIIOS
CeHCOopa, HO U IO03BOJIET OCYIIECTBISATh (pOPMHUPO-
BaHUE PEIENITOPHOTO CI0S IO/ AEHCTBUEM BHEIITHUX
MarHUTHBIX cuia [15, 16].

Ilensp paborsr — paspaboTKa IIHEe303JIEeKTPHUYe-
CKOr0 MMMYHOCEHCOpPA C PACIIO3HAMIIMM CI0eM Ha
OCHOBE MAarHUTHBIX YIVIEPOAHBIX HAHOKOMIIO3UTOB
IUIS OIIpEee/IeHNsT APUCTOIOXHUEBOM KUCIOTHI B pac-
THUTEIBHOM ChIPhe M OHOJOTHYECKH AKTHBHBIX I0-
6aBKax.

JKCIIEPUMEHTAIBLHAA YaCTh

B pabore ucnons3oBanu cienymoiire peareHTh:
aurapuyio kuciory (CHgO,) («Peaxum», Poccus),
PacTBOp AapHUCTONIOXMEBOM KHCIOTHI B METAHOIE,
KOH'BIOTATHl APWCTOJIOXMEBOM KHCIOTHI HA OCHOBE
ansOymuua sauaHoro Oemka (OVA) — AA-OVA u
ObIYBEr0 CHIBOPOTOYHOrO ajbOymmua (BSA) —
AA-BSA, monukmoHaNIbHBIE aHTHTENIA K ApPHUCTOJIO-
xueBoi gucinore (anti-AA) (MI'Y um. M. B. Jlomo-
HOocoBa). CeneKTHBHOCTEL ompeneneHus AA ore-
HUBAJIU C IPUMEHEHHEeM MyKO()EeHOIBHOM KUCIOTHI,
ranuHa («JleaPeaxrus», Poccus), copOuHOBOI Kuic-
soTel U pesopiuHa («Peaxum», Poccns). Ucnonbao-
BaJH CIEIyIOIe€ HEOPTAHWYECKHe COEMUHEHUI:
KPUCTAJLIOTUIPATHI XJIOPUIOB [BYX- U TPEXBaJIEHT-
uoro kenesa (FeCl,, - 4H,0, FeCl; - 6H,0), xpucrai-
JOTHUApAT cynab(gara JBYXBAJIEHTHOTO JKejIe3a
(FeSO, - 7TH,0), rugpoxcun narpua (NaOH) («Pea-
xum», Poccus); ammuar Bomubiii (NHj - HyO, 25 %-
Hbll pactBop) («Basza Ne 1l Xumpeaxrtusos», Poc-
cus), asotHylo (p = 1,513 r/cM3) m cepHyo (p =
= 1,836 r/cm®) kucnoTsl («Peaxum», Poceus). Ilepe-
BOJI MATHUTHBIX YTJIEPOAHBIX HAHOKOMIIOSHTOB B
IUCTIEPCHOE COCTOSHUE OCYIIECTBIIAIN C IIOMOIIBIO
Triton X-100 (Sigma-Aldrich, CIIA). Hdas axrwu-
Banuu KapbokcuiabHbix rpynn MYHK ucmonbsosa-
JIX CMeCh, BKIIOYAIIYI0 N-THIPOKCUCYKIIMHUMU
(NHS) u N-srwn-N'-(3-muMeTuaIaMuHOIIPOIII ) Kap-
6ommumuga ruppoxiaopun (EDAC) (Sigma-Aldrich,
CIITA). OyucTKy TOBEPXHOCTH 30JI0TOTO 3JIEKTPOIA
IHE309JIEKTPUIECKOTO CEeHCOpa TPOBOAUIN C ¥C-
[IOJIb30BAHUEM COJITHOM KHCI0ThI (p = 1,198 r/em?®)
(«Peaxum», Poccust), alierona u 9THIOBOTO CIIHMPTA
(Quimica, Ucnauwms).

Jlna mpemoTBpallieHus arioMepalui MarHHT-
HBIX YIVIEPOJHBIX HAHOKOMIIO3UTOB IIPUMEHSIN
Y3-sauny («IICB-T'amac», Poccus). Jlms ompeme-
JIEHWsI PasMepoB W (DOPMbI CHHTE3WPOBAHHBIX Mar-
HUTHBIX HAHOYACTHUI[ UCIIOIb30BAIN CKAHUPYIOIHH
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30HI0BbIH MuKpockon Solver P47-PRO («Hanorex-
nomorusa-MJI T», Poccus).

O6pasoBaHre XUMUIECKUX CBA3EH MEKIy KOHB-
oraramMu AA ¥ MarHUTHBIMH YIJIEPOAHBIMH HAHO-
KOMITO3UTAMH KOHTPOJHUPOBAIN C HCIOIb30BAHUEM
HUK-®ypre cmerxrpomerpa Iraffinity (Shimadzu,
Amonus). Haa perucrpanmu MK-crekTpoB kommo-
3UTHI HAHOCHJIM HA ILIACTHHY U3 KPHUCTAIIHYECKOTO
kpemuud «K93C-0,01» («I[TPOMTEX», Poccus).

B xauecTBe CEHCOPOB MPWMEHSIN IIbE303JIEK-
Tpudeckue pesonaropsl AT-cpesa mmamerpom 8 MM
u coObcTBeHHOM YacToToi Koiebauunit 10 MI'n ¢ 30im0-
TBIMH 3JIEKTPOIAMHY, PACITONIOKEHHBIMH II0 00€ CTO-
poun! kBapueBo# miaactubbl (BAO «9THA», Poc-
cus). Perucrpamnuio aHaIATHIECKOTO CHUTHAJIA IIPO-
BOAWIN ¢ wucmonb3oBaurem mpudbopa CPNA-330
(BAO «9THA», Poccust) mociie HaHeceHHs: Ha pac-
TMO3HAIIUN CIION aHaJIUu3UPyeMOoTOo pPacTBOpa, IIpo-
MBIBAHUS OT HECBI3aBIIMXCI KOMIIOHEHTOB W BBICY-
[IUBAHUS 10 IIOCTOSTHHOM MacChI.

Maccy mOKpBITHS PACCYUTHIBAIH 10 YPABHEHHIO
Sayspbpes [17]:

2,3f2 106 Am
Af:_fo—

A b

rae Af — w3aMeHeHMe 4acTOThI KOJIe0aHUH KpHUCTaJl-
ma kBapra, ['; f, — cobcTBeHHas yacroTra Koseba-
uui Kpucrasia, 10 MI'; Am — macca HaHeceHHOTo
Ha 3JIeKTPOJ MTOKPBITHUA, T; A — ILIOIIAh TIOBEPXHO-
cru anexrpona, 0,10066 cm?.

YeToMYHMBOCTE GHOCTIOA OIEHWBAIU II0 YHCIY
TIOBTOPHBIX NHUKJIOB m3Mepenwui (IN), Ipu KOTOPOM
AHAJIUTUYECKUH CUTHAJI CEeHCOpa He oTaudajcs 6o-
see yeM Ha 5 %.

Cunmes MQzHUMHBIX Y21ePOOHBLY HAHOKOMNO-
sumos. IlpenBapurenbHO MOMIyYai MATHUTHBIE Ha-
Houactuibl FesO,, cCHHTE3MpPOBAHHBIE PA3THIHBIMA
crIoco6aM¥ TI0 METOMLY COOCKIEHUSA ¢ IPHUMEeHEeHNEeM
coneii sxenesa (II, III) u pacrsopos memnoueit (NaOH
wiu NH; - HyO) [18 — 21] (tabm. 1).

llna cuaresa MYHK wmcnonb3oBaiy MHOTOCTEH-
Hble YIJIEPOAHbIE HAHOTPYOKM, IIpeloCTaBIEHHbBIE
Wucrturyrom raramusa wm. . K. Bopecrkora (CO
PAH, Hosocubupck, Poccusi). AxruBamuio YHT
MIPOBOAMIIN IIyTeM uxX 00paborkum cmecbio HNO; u
H,SO, (3:1) B cooTBeTCTBHY C METOIOM, OTTHCAHHBIM
B pabore [22].

Ta6mauua 1. Ycnosus nonyuenns MHY
Table 1. Conditions for obtaining MNP

MaruuTHbIe yriepogHble HAHOKOMIIO3UTHI IIO-
Jydanau CcoryiacHO MeTonuke [16]: cmemuBamu
300 mr MHY u 100 mr YHT u gucnepruposaiu B
30 M IUCTHILIMPOBAHHOM BOAbI B TeueHue 30 MUH.
Ilony4yeHHDBIH MArHUTHBIN yTJIEPOIHBIH HAHOKOMIIO-
3UT BBIIENIANIN MIPU MOMOIIN HEOJUMOBOTO MarHuUTa
¥ BBICYIIMBAIH 0 IIOCTOSTHHOM MAacCChI.

Ilna mepeBoma MArHWTHBIX YTIEPOIHBIX HAHO-
KOMIIOBUTOB B JWCIEPCHOE COCTOSHUE HABECKY
MYHK wmaccoii 1 Mer BHOcuIu B 1 %-bIii BOZHBIH
pactBop Triton X-100 (1 M) u mogBepramu yabTpa-
3BYKOBOU 00paboTke B TeueHue 1 U, HarpeBad [0
90 °C B Teuenue mepBbix 15 mun [15].

Dopmuposarue ummynoapdurrozo caos. Tak
Kak moiekysiaa AA obramaer HeOGOJBIIION MOJIEKY-
JIIPHOM MAaccoi, oIpejiesieHHEe IPOBOAWIN B KOH-
KypeHTHOM (popMaTe uMMyHoaHanusa. [lis akTuBa-
WU KapOOKCHUIBHBIX Tpymnd Ha moBepxHoctd Y HT
ucHoab3oBaiu 1 %-HbIM BOmHBIN pacTBop Triton
X-100 o6wemom 200 mrma, comep:kamuii EDAC u
NHS maccoit 2,5 u 5 Mmr coorBercrBernHo. K 10 MK
IUCIiepCcuy HaHOKoMIo3uTa mobapmsau 10 MKIT ax-
THBAIMOHHON CMecH, ocTaBiaaru Ha 20 MUH, IIOocie
gero BHOcHIM 10 MKI 6elKOBOTO KOHBIOraTa AA.
ITonyuennyio aucmepcHio BBIAEP:KUBAIU 12 U IIpu
temmeparype 4 °C.

Haa dopMupoBaHHA PACHO3HAOIIETO CIOS 30-
JIOTOM 3JIeKTPO] ceHcopa ounmmanu 1 MM pacTtBopom
COJIAHOM KUCIOTHI, AI[eTOHOM U CITUPTOM, IIOMEIIaIn
B AYeHKYy JAeTEeKTUPOBAHUA HAJ HEOJUMOBBIM MATHH-
ToM [15] 1 HaHOCUIM 2 MKJI AUCIIEPCUN HAHOKOMIIO-
suta Ha ocioBe MYHK u GenroBoro koubiorata AA.
Cemncop Boizep:kuBaiu npu Temmeparype 20 — 25 °C
B Teuenue 90 muH, 3aTem npombiBasim 200 MK muc-
THUTUPOBAHHOM BOJBI U CYLIWIN B IIOTOKE TEILIOTO
BO3/yXa JI0 IIOCTOSTHHOM MacChI.

CelleKTHBHOCTD  PACIIO3HAMOIIET0  MOKPBITHS
OIIEHUBAIM TO KOB(P(PUIHEHTAM NIEPEKPECTHOTO
pearupoBauu#a (I1P, %):

Ip = (AfMem/Afuen) - 100,

rie Afyem Afyen — AQHATUTHYIECKHH CUTHAI CEHCOPA
[IPH OIpeJeIeHUH MEIIAIoIero 1 IeJIeBOro COoeIu-
HEHHs COOTBETCTBEHHO, ['11.

IIpobonodzomosra. IIpobomoaroroBrKy obpas-
IIOB KMTAUCKOTO Yas [JIs TIOXyIeHns «JleTsaias gac-

Howmep criocoba 1 2 3 4

Conu Fe?* u Fe?* FeCl, - 4H,0, FeSO, - TH,0, FeCl, - 4H,0, FeCl, - 4H,0,
FeCl, - 6H,0 FeCl,; - 6H,0 FeCl, - 6H,0 FeCl,; - 6H,0

Ocagurens NH; - H,0 NaOH NaOH NH; - H,O

Crroco6 BHECEHUS 0CATUTEN EnunoBpemenHo EnunoBpemerHO Ilo xanmam EnunoBpemerHO

t,°C 80 25 80 90

pH 7 7 9 7
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Puc. 1. 3asucumocts auamerpa MHY or coco6a cuuTesa

Fig. 1. Dependence of MNP diameter on the synthesis
method

TOYKA» IMIPOBOJAMIIN CIEAYIOMIM 06pa3om: 1 makeTux
vasg (2 r) samuBamu 200 M KAOAMIEH TUCTHILIHPO-
BaAHHOU BOJIBI U BBIIEPKUBAIHN 3 — 5 MUH.

Ina ocymecrBmenus mpobomoaroroBku BA]I
«[Tmocku#t xUBOT» TAONETKY Ipemapara pacTBOp:-
au B 200 M7 AUCTHILIMPOBAHHON BOABI M OT(HILT-
POBBIBAIIM OCAJIOK, KOTOPBIM ABAKIbI IIPOMBIBAIN
STUJIOBBIM CIIMPTOM /7151 IepeBoia AA B pacTBop.

Oo6cy:xknenne pe3yabTaroB

®opMupoBaHUE PACIO3HAIONIETO CJIOA IIHEe30-
SJIEKTPHUIECKOTO MMMYHOCEHCOPA Ha OCHOBE MATHHUT-
HBIX YTIJIEPOIHBIX HAHOKOMIIO3UTOB. UyBCTBHUTENh-
HOCTb OIIPEJIEJIEHUSA C IIOMOIIbI0 IThE303JIEKTPH-
YeCKOT0 TPaBUMETPHUIECKOTO UMMYHOCEHCOpa CylIie-
CTBEHHO 3aBHCHT OT MACChl PACIIO3HAOIIETO CJIO.
Hcnonp3oBanre TAKENIOT0 PACIO3HAIOIIETO CIIOS
MOKET IPUBECTH K CY;KEHHUIO AUANa30Ha OIpeiessd-
€MBIX KOHIIEHTpAIIWH aHATuTAa U Jae K CPbIBY aHa-
JIUTUIECKOTO CHUTHAJIA CEHCOpa, MOITOMY B IIHE30-
BJIEKTPUIECKNX HMMYHOCEHCOPaX PEeKOMEeH0BAHO
ucrmonb3oBarh MYHK, nonyuennsie ¢ mpumenenreMm
MHY munumansHoro quamerpa. Takme MHY mpo-
SABJIIIOT BBICOKHME MAarHHTHBIE cBoicrBa [23], 4TO
obecrieunBaeT yCTOMYUBOCTh PACIIO3HAOIIETO CIIOM,
TIOJIyYEHHOTO IO/l [eMCTBUEM BHEIIIHET0 MarHUTHO-
ro mond. MUHUMAaTbHBIA AUAMETP CHHTE3WpPOBAH-
geix Hamu MHY (cmmoco6 3) cocraBaser 22 + 4 HM
(puc. 1). Juamerp MHY, momyuenubix crocobamu 1

Ta6mauua 2. Xapakrepucruku Y HT u sHauenus maccol mog-
moxkn (MYHK) u pacnosuatomero cinos (MYHK/AA-OVA)
(n=5;P=0,95)

Table 2. CNT characteristics and masses of the substrate
(MUNC) and the recognizing layer (MUNC/AA-OVA) (n =
=5; P =0.95)

YHT Macca Macca
MYHEK, MYHEK/AA-OVA, N
d, um 1, MEM MEKT MEKT
10 1 1,9 £ 0,1 2,0 =0,0 31
7,8 40 2,4 +0,2 2,6 = 0,2 23
10 35 2,56 0,1 2,7+ 0,3 17

U 2, B 1Ba u 6oJiee pa3 MpPeBBIIIAeT AUAMETP JACTHII,
CHHTE3UPOBAHHBIX CII0OCOO0M 3, UTO MPUBOIUT K CY-
JKEHUIO JTUAMIA30HA OIPEeeITIeMbIX cojepKanmii AA,
a MHY, monyyennbie cmocobom 4, CyIeCTBEHHO
PpasIMIaoTCI IO pPa3Mepy U MOITOMY HEIIPHUTOJHBI
IJIST TPUMEHEHWS B THe309JIEKTPUUECKUX CEHCOPaX.

Macca pacmo3HamIIero caosa Takke 3aBHCUT OT
xapakrepucTuk npumensembix ¥ HT — pnunsbi, nua-
MeTpa W CTPYKTyphbl. MeToqoM Mhe30KBapIeBOro
MUKPOB3BEIINBAHUA OIEHUBAIN MACCYy CIOS Ha OC-
uHoBe MYHK u MYHK/AA-OVA, sakpermieHH0ro Ha
IIOBEPXHOCTH IIHE303IEKTPUIECKOTO CEHCOpa IIOJ
IeCTBHEM BHEIITHEero MarHuTHOrO 1o (tabi. 2).

IlokpeiTue Ha 6aze YHT pgaunoii 1 MEM umeer
MUHHUMAJIBHYI0 MACCy W XapaKTepu3yeTcsd BBICOKOM
yerodunBocteio (N = 31). UcmonbzoBanre 8 MYHRK
YHT 6ombli1eit AIHHbBI COMPOBOKIATIOCH YBEIUICHH-
eMm macchbl pacrnosuaromiero ciaos MYHK/AA-OVA u
MPUBOMIIO K CHHKEHHUIO ero CTabMILHOCTH, TAK KaK
MHUY, pacnono:xeHHBIe Ha IIOBEPXHOCTH HAHOTPY-
00K, He o0ecleuyWBaIM HAIEKHOTO B3aKPEIIeHUS
MATHUTHBIX HAHOKOMITO3UTOB.

B kauecrTBe pacmo3HAOIAX MOJIEKYJ TIpHUMe-
Hanu OenkoBble KoHBIOTaThl AA — AA-BSA u
AA-OVA, uMMOoOMIH3AIMI0 KOTOPHIX HA IOBEPX-
woctu MYHEK ocymiecrsisanu 3a cuer o0pasoBaHus
KOBAJIEHTHBIX CBSI3€H MEKAY AKTHUBHUPOBAHHBIMU
KapOOKCUIBHBIMH TPYNIAMH YIJIEPOJHBIX HAHO-
Tpy6OOK ¥ aMHUHOTPYIIIIAMH MOJIEKYJ 6eIKoB (puc. 2).
Meromom HMK-crekTpockonuu KOHTPOJUPOBATIN 00-
pasoBanue cBsaseil myrem cpaBuenus WK-cmexTpos
MYHEK, xousrorara AA — AA-OVA u HaHOKOMIIO3H-
ta MYHK/AA-OVA (puc. 3).

CumellieHre W yIMHPEHHEe ITUKA, XapaKTepHOTO
onsi  KapOokcwiabHOM rpynmb;, B HK-cmekrpe
MYHEK/AA-OVA orraocurensuo UK-ciekrpa MYHK
c 1710 go 1750 cm™! cBUIETENBCTBYIOT 006 y4acTHH
COOH-rpymn yriiepoaHbix HaHOTPYOOK B 00pasoBa-
HUY CBSI3M C MOJIEKyJIaMu KOoHbIorara. bosee yetkoe
MpOsIBJIEHWEe CepuH NTHKOB B obmactu 3600 —
3400 cm! ma cnexrpe MYHK/AA-OVA no cpashe-
uuio co criekrpom AA-OVA moaTBepsxgaeT cBA3bIBa-
HUe KOHBIOTATa C MATHUTHBIM HAHOKOMITO3UTOM 3a
cuer amuHorpymnn Oemka. Q0 ycriemrHoM CBS3bIBa-
HUM KOMIIO3UTa ¢ AA Tak:Ke CBUIETEIBCTBYET IIPO-
asimeune muka —NO, B cmexTpe MYHK/AA-OVA,
xapakrepHoro ausa mosnekynbl AA. CymiecrBeHHOE
yMEeHbIIIeHHe WHTEHCUBHOCTH IHuKa pu 2860 cm! B
cuexkrpe MYHK/AA-OVA 1no cpaBHEHHIO CO CIIEK-
tpom MYHEK cBsizano ¢ obpasoBaHueM KOMILIEKC-
HBIX COEJIUHEHMH O0elKOBBIX MoOeKya c Triton
X-100.

Paspabomra memoduru onpedesenus apucmo-
A0XUEBOLL KUCAOMDBL C NOMOULHIO Nbe30dAeKmpuye-
cko0z0 cencopa. KoHmeHTpanus KOHBIOTATa, UMMO-
OUIM3yeMOT0 Ha TOBEPXHOCTH 3JIEKTPO/A, BIIHSIET
Ha YyBCTBUTEJIBHOCTH OTpesieeHus AA ¢ UCIOTIB30-
BaHUEM IIHE303JIEKTPUIECKOT0 ceHcopa. Pabouwne



«3aBoackasd maboparopusa. [[marnocruka marepuanaos». 2023. Tom 89. Ne 8

27

. L
Fe?* + 2Fe’" + 80H + (FesOg 4H:0

Heopiivonkf
MATHAT

..-“-I-{L( LOH O OH Q o QOH Q_PH_Q oH MK"“W“"
. 4 I
+ i H SR l“ng'l'E'IIIIL"”u
_— L o
EDAC/NHS

KA

copOmL

¥ L L g P b
dondon d ol O ondon d ol

0-C  O=C
H-N

: : NeeroamexTpuaeckiil
CoHCOp

o=
H-N

Puc. 2. Cxema (hopMUPOBaHUSA PEIIEITOPHOTO CIIOS

Fig. 2. Scheme of the formation of the receptor layer
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Fig. 3. IR-spectra: I — MUNC; 2 — AA-OVA; 3 — MUNK/AA-OVA

rourerrpanuu AA-BSA u AA-OVA onpenensanu mo
MaKCUMyMy Ha rpauKe 3aBHCHMOCTH H3MEHEHWS
YacTOThI KOJIe0aHWH KBAPIEBOM IIACTHHBI CEHCOpa
OT KOHIIEHTPAIIMH COOTBETCTBYIOIIEr0 KOHBIOTATA,
HaHeceHHOro B cocrase cmecu MYHEK/kombiorar na
IIOBEPXHOCTH 3IEKTPoaa ceHcopa (puc. 4, a).
Koumenrparmu AA-BSA u AA-OVA cocraBunn
0,2 u 0,3 MMOJIB/JI COOTBETCTBEHHO. Pasnnume KoH-
nenTpamnui Koumbioratoe AA-BSA u AA-OVA cessa-

HO CO 3HAYEHHUAMHU MOJIEKYJIIPHBIX MACC MOJIEKYJI
6enka, cocrapisomux 66,5 u 45 klla mma BSA u
OVA coorserctBenHo. HKonmenrtpamuio asHTHUTEN
(pasbaBiieHre aHTHUCHIBOPOTKM), COOTBETCTBYIOIIYIO
50 %-HOMY CBA3BIBAHUIO, OIIPEENIAIN Ha TUHEHHOM
y4acTre rpad)uuecKoi 3aBUCUMOCTH aHAJIUTHIECKO-
ro CHUTHAJa CeHCopa OT pa30aBiIieHHs AHTHTENI. SHa-
yeHue pasbasiaenus coctaBuiio 0,25 Kak 11 KOHBIO-
rara Ha ocHoBe BSA, tak u OVA (cMm. puc. 4, 6).

Taéauma 3. Ananurnyeckre xapakrepuctuku omnpenenenus AA (n = 3; P = 0,95)
Table 3. Analytical characteristics of the determination of AA (n = 3; P = 0.95)

JluamnasoH ompeneaseMbIX KOHIEH-

YpaBHeHwe rpaayu-

Komsiorar AA Cin, HI/MI " © R2
TpAIHif, HI/MI POBOYHOM 3aBUCHMOCTH

AA-OVA 10 50 - 400 Af = -1,54c + 1550 0,99

AA-BSA 50 100 - 300 Af =-7,87c + 3283 0,97
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Puc. 4. 3aBUCHMOCTb AHAIUTUYECKOTO CHTHAJIA CEHCOpa OT
KOHIIeHTpaInuu Koubiorara (a) u pasbasienus anruren (0):
1 — AA-BSA; 2 — AA-OVA

Fig. 4. Dependence of the sensors signal on the concentra-

tion of conjugate (a) and dilution of primary antibody serum
(b): 1 — AA-BSA; 2 — AA-OVA

YcTaHOBIEHBI AHAIUTHYECKHE XaPAKTePUCTUKU
[IbE30DJIEKTPUYIECKOT0 CEHCOPAa C PACIIO3HAIOL[AM
nokpeiTueM Ha 6aze MYHK (taba. 3). B ciyuae uc-
IIOJIb30BAHUA 6EIKOBOTO KOHBIOTATa Ha OCHOBE

AA-OVA curnas cencopa jtuHeeH B auamnasone 50 —
400 ur/ma, AA-BSA — 100 — 300 mr/mur.

Omnpenenernne AA ¢ pacmosHAOIUM CIOEM
MYHEK/AA-OVA xapaxrepusyercs 6ojee IIHPOKHM
IUaIla30HOM OIIPene/seMbIX KOHI[EHTPAIlWH U HU3-
KHMM MpeneoM OOHAPYKEeHUsS 10 CPABHEHUIO C WC-
nosb3oBanueM Koubiorata MYHK/AA-BSA.

CelleKTHBHOCTh HMMYHOCEHCOpPA Ha OCHOBE Mar-
HHUTHBIX YTJI€POJHBIX HAHOKOMIIOSUTOB OIEHHUBAJIN
C IOMOIILI KO0I((UIIMEHTA KPOCC-PEAKTHBHOCTH
(ITP, %) tpu meTeKTUPOBAHUH I1€JIEBOTO AHAIUTA U
coeVHEeHUH, BXOJAIINX B COCTaB TPaBIHOU MaTpH-
bl purouas u BAJ[ — mykodeHOTBHOI U COPOHHO-
BOM KHCJIOT, TAHWHOB U KaTeXuHOB (Tabi. 4). 3Haue-
Hud [IP nnsa Bcex Mermarmiux coOeqUHEHUH He IIpe-
BBIMIAIOT 8 %, YTO CBUAETEIBCTBYET O BHICOKOH CIIe-
NUQUIHOCTH ompereaeHus AA ¢ IMOMOIIBIO IThe30-
DJIEKTPUYECKOr0 CEHCOpPa HAa OCHOBE MATHHUTHBIX
YIJIEPOAHBIX HAHOKOMIIO3UTOB.

Cencop ampoOupoBan mpu omnpenenenun AA B
peanbHBIX 00bEKTax — AByX obpasiax urouas u
OMOJOTHYECKH AKTUBHON m00aBKe 7 TOXYIEHUS
(Tabm. 5, 6).

Ta6auna 4. KooddurmenTsr mepekpecTHOT0 pearnpoBaHUA IMONUKIOHANLHBIX AHTHATET (KOHI[EHTPAIUsI aHAIHTOB —

200 ur/Mmmo)

Table 4. Cross-reactivity coefficients of polyclonal antibodies (analyte concentration — 200 ng/ml)

CoenuHenue [jis MepeKpecTHOTO
pearupoBaHus

CrpykrypHas ¢dopMyia COefUHEHUs TIP, %

ApucronoxueBas KUCIOTa

MyxkodeHoapHAA KHCIOTA

Tauuus:

Karexunsr

CopbOunoBas Kucaora

100

0,4
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Ta6auma 5. Pesymbrars! onpeseneHus apucTOI0XHEBOM KUCIOTHI B o6pasmax ¢gurouas (n = 5; P = 0,95)

Table 5. The results of the determination of aristolochic acid in herbal tea samples (n = 5; P = 0.95)

durouait Bsezneno, ar/ma Haiigeno, ur/min S,
«O0JIOHT yCHUIIEHHOTO 100 98 =2 0,01
AeHCTBUA> 150 149 * 1 0,01
250 247 + 5 0,02
«Jleramaa macToura 100 98 2 0,02
¢bpyKTOBBIH> 150 148 + 1 0,01
250 247 + 2 0,01

Ta6auma 6. Pesynbrars! onpenenenus apucroaoxueBoit kucaorsel B BAJl (n = 5; P = 0,95)

Table 6. The results of the determination of aristolochic acid in dietary supplements (n = 5; P = 0.95)

Beenewno, ur/mia Haiinewno, ar/miu Paccuurano, MEr/v S,
100 112 = 1 30 0,07
150 162 =1 3x1 0,09
250 263 =1 30 0,07

B obpasiax ¢gurouas AA He oOHApy:KeHA, UTO
[M03BOJISET CIeJaTh BbIBOI O 6€30ITaCHOCTH JAHHOTO
npoxaykra. Oguako B BAJl comep:xanne AA cocraBu-
mo 3 = 1 mir/r. Koumenrpamus AA, mpusogamas K
TSKENbIM (DOPMaM PAKOBBIX HOBOOGPA30BaHUM, CO-
craBuger 184 mir/r. Comepxxanve AA B BAJl e
MPEBBINIAET JAHHOTO 3HAYEHUS, OTHAKO H3-3a TOTO,
4yT0 merictBrue AA HOCHUT HAKOIIUTEILHBINA XapakTep,
MpUMEHEHNe JaHHOTO Mpernapara JA0LKHO OBITH Or-
paHKUYEeHoO.

3axjaroueHue

Paspa6oran crmoco6 ompemenenus AA ¢ momo-
IBI0 TTHE309JIEKTPUUECKOTO CeHCOpa C PacIO3HAIo-
muM nokpeitreM Ha 6asze MYHK. duamason ompe-
NeIsIeEMBIX CONEPKAHUH U TIpefies 00HAPYKEHUs CO-
crasuau 50 — 400 u 10 HI/MJI COOTBETCTBEHHO IJIS
AA-OVA 1 100 — 300 u 50 ar/Mma goa AA-BSA. Cer-
cop anpobupoBaH mpu onpenenennn AA B o6pasiax
kurarickoro gurouas u BAJl nis moxymenus. B 06-
pasmax das AA e obHapy:xeHa, B BAJl ee comep:xa-
HEe COCTaBuiIo 3 = 1 MKI/T.
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HACTPOMKA MOHOJIMTHOI'O IIBE3O3JIEKTPUYECKOTO ®UJIHTPA
HA OBBEMHBIX ARYCTHYECKHUX BOJIHAX METO1OM
NOHHO-JIYUEBOT'O TPABJIEHUA
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Cmamus nocmynuaa 23 nosbps 2022 2. Ilocmynuna nocae dopabomru 29 nosbps 2022 ..
Ipunsama k nybaurayuu 21 mapma 2023 2.

ITporiecc HACTPOMKH ITHE303IEKTPHIECKOTO (DUIBTPA 3aKII0YAETCA B IIOHMKEHUN YaCTOThI JacT-
HBIX PE30HATOPOB B pe3yJIbTare CHATHA CIIOA SJIEKTPOAA IIPH IIOMOIIH HOHHO-JLy9e€BOr0 TpaBJe-
HUA B cpejie HHepTHOro rasa. IIpu sToM Heo6X0AUMO KOHTPOIHUPOBATH YaCTOThI IIEPBOTO U BTO-
POr0 PEe30HATOPOB, & TAKIKE PASHOC 9aCTOT (PACCTOSHUE MESK/IY 9acTOTAMU BEPXHETO U HIKHEro
PE30HAHCOB ITbe30CUCTEMBI), TUHAMHYIECKOE COIIPOTHUBIIEHNE YaCTHBIX PE30HATOPOB X BHOCHMOE
3aryxaHue. B paboTe mpencTaBieHbI pe3yIbTaThl UCIONH30BAHUI HOHHO-IyIeBOTO TPABIEHUA
[IPU HACTPOUKE MOHOJIUTHBIX [IHE303IEKTPUIECKUX (PUIHTPOB Ha 00BEMHBIX AKyCTUIECKUX BOJI-
Hax. BbIABIEHO, YTO IPOBOANUTDH HACTPOUKY CIEAyeT II0 YaCTOTaM BEPXHET0 U HUKHETO Pe30HaH-
COB ITb€30CHCTEMBI C KOHTPOJIEM II0 BHOCHMOMY 3aTyXaHHuI0. Heo0XomuMo TakiKe HCKIIOIUTH
oIlepanyy 1Mo KOHTPOIIIO YaCTOT IIEPBOTO ¥ BTOPOTO YACTHBIX pe3oHaTopoB. OmpeseneHs! OnTH-
MaJIbHbIE [TapaMeTPbl HOHHO-IYYE€BOT0 TPABJIEHU 3JIEKTPOIOB YaCTHBIX PE30HATOPOB: pabdouee
nasmerne — 1,33 - 10-° I1a, pacxon pa6odero rasza — 1,75 m3 - I1a/c, sHeprus HFOHHOTO IMTyYKa —
1 ¥sB, mwioTHOCTH MOHHOTO TOKAa — 6 MA/cM2. KpoMe Toro, BBIABIEHBI 3aBUCHMOCTH BHOCHMOTO
3aTyxXaHUd ¥ IUHAMHUYECKOTO COIIPOTHUBIEHUA OT YaCTOTHI YACTHBIX PE30HATOPOB. XapaKTepH-
CTHKH IIOJyY€HHOTO MOHOIMTHOTO KBapIIEBOTO (DHIbTpPA: HOMHHAIBHAS YacroTa —
21400,681 MI'1, mmpuHa HOI0CHI ITPOITyCKAHUA 10 YPoBHIO —3 1B — 32,66 kI'11, BHOCHMOE 3aTy-
xauue — 0,5 1B. [lomyuennsie pesyabTaThl MOTYT OBITH UCIIOIB30BAHBI IIPH HACTPOIKE CEKITUE C
MEHBIIUMH TI0 IIOMIAAN HIEKTPOJaMHU IJIs1 (PUIBTPOB Ha 60siee BICOKUX YACTOTAX.

KiroueBnle cioBa: MOHHO-IyYEBOE TPABJIEHHE,; MOHOIUTHBIA MHE309IEKTPUIECKUM (DUIBTD;
KBapIIEeBbI KPUCTAIMYECKUN SJIEMEHT; TPABJIeHHE 3IIEKTPO0B; ONTHMHU3AIMA IIpollecca Ha-
CTPOMKH; MTUHAMHUYECKOE COIIPOTUBJIEHHE; AMILIUTYIHO-YACTOTHAS XaAPAKTEPUCTHEA.

SETTINGS OF A MONOLITHIC PIEZOELECTRIC FILTER
ON BULK ACOUSTIC WAVES BY ION-BEAM ETCHING
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The process of tuning of the piezoelectric filter consists in lowering the frequencies of the resonators as a
result of removing the electrode layer by means of ion-beam etching (IBE) in an inert gas atmosphere. It is
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necessary to control frequencies of the first and second resonators, as well as the frequency spacing (dis-
tance between frequencies of the upper and lower resonances of the piezo system), dynamic impedance of
partial resonators and insertion attenuation. We present the results of using ion-beam etching in tuning
monolithic piezoelectric filters on volumetric acoustic waves. It is shown that tuning should be performed
using frequencies of the upper and lower resonances of the piezo system under control of the insertion at-
tenuation. It is also necessary to exclude the control operations for the frequencies of the first and second
resonators. The optimum parameters of ion-beam etching electrodes of the resonators are determined:
working pressure — 1.33 x 105 Pa, working gas flow — 1.75 m3 - Pa/sec, ion beam energy — 1 keV, ion
current density — 6 mA/cm2. Moreover, the dependence of the insertion damping and dynamic resistance
on the frequency of the resonator was revealed. Characteristics of the obtained monolithic quartz filter are
presented: nominal frequency — 21400.681 MHz, bandwidth by -3 dB — 32.66 kHz, insertion loss 0.5 dB.
The obtained results can be used when tuning sections with smaller electrodes for filters at higher
frequencies.

Keywords: ion-beam etching; monolithic piezoelectric filter; quartz crystal element; electrode etching;

optimization of tuning process; dynamic impedance; amplitude-frequency response.

Beenenune

MoHonuTHBIE THE3039IEKTPHYECKHE (PHUIBTPHI
(MII®) B oramyme OT TPAAMIIMOHHBIX THE30JJIEK-
TPUYECKUX (PUIBTPOB, COCTOSIIUX W3 TUCKPETHBIX
Pe30HATOPOB, COEIUHEHHBIX JIEKTPHYECKOH CXe-
MOIi, Te IIepeada CUTHajIa OT OJHOTO Pe30HaTopa K
IPYTOMY OCYIIIECTBIIAETCA HAIPABIEHHBIM ITOTOKOM
SJIEKTPUIECKUX 3aPAN0B, IPEACTABIAIOT COO0H MHO-
TOPE30HAHCHYI0 aKyCTHUYECKYI0 CHCTEMY BOJHOBOJI-
HOTO THUIIA, B KOTOPOH 00paboTKa CHTHAIA MOKET
OBITH OCYIIIECTBJIE€HA C IIOMOIIBI0 AaKyCTUIECKUX
BoaH. B MII® curnan nepenaercsa ynpyruMu BoJIHA-
MU, PaCIpPOCTPAHSIIONUMUCA B TBEPIOM Tele, UTO
MI03BOJISET YIPOCTUTH KOHCTPYKITHUIO U TEXHOJIOTHIO
W3TOTOBJIEHUA (DUIBTPA, YMEHBIIUTE €r0 rabapuThl
¥ CHU3UTD cebecronmocth [1 — 3].

IIpunmun gpedicreus MII® cremyrommii. nek-
TPHUYECKHH CUTHAI BO30y:KIaeT aKyCTHIECKHe KoJje-
0aHusA BO BXOIHOM pPe30HATOPE BCIEACTBHE 00par-
Horo nbe3o3@dexra. [Ipu coBnamennu 4acTOTHI CUT-
HaJla ¢ pe30HAHCHOH YaCTOTOH Pe30HATOpa IPOUCXO-
IUT KOHIIEHTPAIHS SHEPTUH B PE30HATOPE, a 32 ero
IpeeIaMu SHePrus yobIBaeT 110 dKCIoHeHTe. Keau
Pe30HATOPEI HAXOAATCS B HEITOCPEICTBEHHOM 6I130-
CTH JIPYT OT APYra, TO YacTh AKyCTUIECKOH SHEPTUU
MMPOHUKAET B COCEIHHUI PEe30HATOP U HAKAIJINBAETCS
B HeM. C BJIEKTPOZOB BBIXOAHOTO PE30HATOpPA CHHU-
MaeTcA 3IEKTPUIECKUH CUTHAJ BCIEACTBUE IIPAMOTO
nes3oadperra. Takum 06pasoM, MPUHITKI AeHCTBUI
MII® ocHoBan Ha 06paTHOM U HPSIMOM IIHE303(-
dexrax u Ha s(pderTe BOIHOBOLHOTIO PACIIPOCTPA-
HEHWSI HOPMAaJIbHBIX BOJH B OTPaHUYEHHBIX CpemIax

[4, 5].

on; I I Kal Bebixoa

2 4

I T T T T
Puc. 1. Snexrpuueckasn cxema MIIP

Fig. 1. Electrical circuit of the MPF

C
% =

OcuoBa MII® — mwesoanmekTpuyecKas IIACTH-
Ha (romIokKa). B 60JIBIIMHCTBE CIIydaeB B KauecTBe
MO/IVIO:KKH MCIOIb3yI0T KBapIr (Si0,). B Hacrosiee
BpeMs I CO3JaHUs IIUPOKOIIOJIOCHBIX (PHUIBTPOB
MMPUMEHSIOT MMOJJIOMKKH W3 MOHOKDPHCTAJIJIOB TaHTa-
mara autusa (LiTaO;), unobara autusa (LiNbO;) u
mauracura (LGS) [6, 7].

Ilo koucrpykTuBHBIM mnpusnakam MII®P mnog-
PasmensioT Ha MPOCThIE, CeKITMOHUPOBAHHBIE U THO-
punuanie. Henocrarork mpocteix MII® — nanwuwme
MMOOOYHBIX TOJOC TMPOIYCKAHHA, 00Pa3yIOIINXCA B
paiioHe AaHTOPMOHUYECKUX PE30HAHCHBIX YaCTOT
aKyCTHYECKOH CHCTEeMBI, U 0OJblliFie pasMephl KpH-
craymnyeckux snemenToB (KO) B ciayuae mHOrOpeso-
HaHCHBIX MII®, uTo 3aTpyaHAET TEXHOJIOTHIO UX U3-
roroBireHuA. Kcmm uwmeno pesoHatopoB B MII®
6oJbIIle TPeX, TO 1A GOPHOBI ¢ MOOOUHBIMU II0JI0CA-
MU TIPOIyCKAHWS ¥ YMEHbIeHud pasmepoB KO
MII® pasgendor Ha HECKOJIBKO CEKITH, KaxKaasa U3
KOTOPBIX — OT/[eJIbHAsA CHUCTEMa AKyCTHYECKH CBi-
3aHHBIX Pe30HATOPOB. CEeKIMHU COeMUHSIOT MENXIY
CO00H BJIEKTPUYECKMM CII0COO0M C €MKOCTHOH CBs-
3pi0 (puc. 1). MII® Takoii KOHCTPYKITUK HA3BIBAIOT
CeKITMOHUPOBaHHBIMH [8, 9].

Texmonorus marorosnennsa cexuuu MII® cos-
majiaerT C TEeXHOJOTHeH H3TOTOBJIEHUSI OOBIYHBIX
MIHE303JIEKTPUIECKUX PE30HATOPOB, OTHAKO YaCTO
TpebyeTcs BbIAEPKUBATH 0ojiee KECTKHe IOITyCKH
Ha pasMep II0 TOJIIHHE W ILJIOCKOIIapasIeIbHOCTH
[10, 11]. OTo oObsaAcHsaeTcsa TeM, uTo B MIIP nunei-
Hble pa3Mepbl Pe30HATOpA U TOJIIIHHA BJIEKTPOIa
OTIPEJIeTIAI0T He TOABKO PE30HAHCHYIO YaCTOTY YacCT-
HOTO Pe30HaTopa, HO U KOI(P(UIMEHT CBAZH MEKIY
IByMA COCETHHMH pe3oHaTopamu. (11 KBapIieBhIX
IUIACTUH BEJIWYHWHA BTOTO [OIYCKA COCTABIIAET
2-6%[12,13].

dnexTpoasl pesonaropoB MII® manocaT Ha cek-
U0 BaKyyM-TEPMHYECKUM CII0COO0M OO0 MarHe-
TPOHHBIM pACIbUIEHWEM MUIIEHU 4Yepe3 MacKu. B
OTEUYEeCTBEHHBIX (PUABTPAX IIPUMEHSIOT cepedpo c
TOHKHM IIOZICJIOEM XpOMa I YIIyJIIeHUS aJTe3hH.
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Puc. 2. Cxema cexmuu MII® (/,, [, — nmuHa B mupuHa
snexrpozna (1 u 1,4 mm); d — 3asop (0,702 mm))

Fig. 2. Scheme of the MPF section (/,, [, — electrode length
and width (1 and 1.4 mm); d — spacing (0.702 mm))

3areM MPOBOAAT HACTPOMKY IIOCPEIICTBOM yIATEHHS
YacTU MeTajuia 3IeKTPOJa HPH IIOMOIINYM HOHHO-IIY-
gesoro tpasiaenus (UJIT) [14 — 17].

IIpumenenne WJT npu mpoumssomcree MIID
laeT BO3MOKHOCTDH CYIIIECTBEHHO PACIIUPUTDH IHA-
MMa30H Ppeayn3yeMbIX YACTOT IIPHU HCIOJIb30BaAHUU
KO ¢ obparHbIME Me3aCTPyKTypaMH, YBEIHIYUTD KO-
JINYECTBO U KAYECTBO BBIIIYCKAEMOU MIPOAYKIIUH, Ha-
crpauBaTh KO Maibix pasMepoB MpH CPaBHUTEIHHO
TOHKOM 3JIEKTPOTHOM ITOKphITHH [18, 19].

Ilens paborsl — ompepeneHre OMTHMAIBHOTO
pesxkumva UJIT npu macrpoiike MII® misa obecmeue-
HUS TPebyeMbIX XapaKTEePUCTHK.

Marepuanbl, METOIHKA, 000OPYIOBAHHE

HccnenoBany MOHOIUTHBIE KBapIlleBble (PHUIIBT-
PBI YeTBEPTOTO MOopsaKa (OpSamoK (PUIBTPA oIpee-
JIIeTCsI KOJIMYEeCTBOM PEe30HATOPOB) (CpemHssa 4acTo-
ta — 21,4 MI';, mosnoca npomyckanud — 30 kl'm).
Ha pwme. 2 cxemarwdHo IIpeicTaBjeHa KBaplieBas
cexnusa pasmepom 3 X 6 X 0,078 mm (dpuabTp cocro-
WT U3 ABYX MOJOOHBIX CEKITHH).

OcHOBBIBAsICh Ha METOUKAX pacdyera JJisd KBap-
neBbix MII® ¢ gacroroit 21,4 MI't1, onTuManbHas
mupuna W u mnuaa L KO, pasmep simexrpona B Ha-
MpaBIeHUN Tepenadyu KoiebaHuil (IupuHA 3JIeK-
Tpona) [, ¥ 3a30p MEKIY BIEKTpoxaMu d Ompeessd-
au 110 hopMyIam:

W = 28,3k,

rae 28,3 — k03 UIIMEeHT I IUaIla3oHa JacToT
12 - 21 MT'w; A, = N/f, — Tonuuna K9 (N — gac-
TOTHAs IOCTOsIHHAaA (B HalleM ciydyae — 1666
MTI't - M), f, — 9acToTa TOYEYHOTO PE3OHAHCA);
L=2l,+d+ 10h,, + 1; I, =18h,,; d = 9h,.
Merox HACTPOHKN OCHOBAH HA MOHUKEHWH Yac-
TOTBI BCIEACTBUE CHITHUS CI0S METAIINYECKOTO II0-
KPBITHA BJIEKTPOAOB OTHEIbHON CEKITUU IIPH IIOMO-
III¥ ABYX MOHHBIX UCTOYHUKOB, PACIIOJIOKEHHBIX Ha-
IIPOTUB NepeHel U 3a7Hel TOBepXHOCTeH HacTpau-

Puc. 3. CrpykrypHas cxema ycranoBku «Anbpa H1» mis
HACTPOUKH IHE303TeKTPIIecKux (puiabTpoB Meromom MJIT:
1 — woHHBIE MCTOYHHKH; 2 — Kaccera ¢ obpasmamu; 3 —
mTopku; 4 — crucrema Haimycka padodero raza «CHA-2»; 5 —
crcreMa pacupeseneHus pabouero rasa

Fig. 3. Block diagram of an installation “Alfa N1” for set-
ting up piezoelectric filters by the IBE method: I — ion
sources; 2 — sample cassette; 3 — shutters; 4 — SNA-2
working gas intake system; 5 — working gas distribution
system

BeKTopHbIi A g T —
a | aHanusaTop je 'C(lf,rg;e P | K3|
uene e | . | R
e 5
BeKTOpHbIi A B P -
6 | aHanu3aTop pu- '?E,rg;e P | K3|
uenen e,
[ L
BekTopHbIi A - ,_|_|
@ | aHanu3aTop pu- '?E,rg;e P 1 K3|
ueneit '—¥—'

Puc. 4. Cxemsbr usmepennit AUX nepsoro (a) u Broporo (6)
PE30HATOPOB, PAZHOCA YACTOT [} . — fuu (8)

Fig. 4. Frequency response measurement schemes of the
first (@) and second (b) resonators, frequency spacing

fu.n - fi.n (C)

BaeMoro o6pasia ¥ IITOPOK i TPABICHUS
He00XOIMMBIX 30H.

Ha puc. 3 npuBesiena crpykrypHas cxema Baky-
yMHO# ycTtaHoBEH «Anba H1», ¢ moMoInso koTo-
POIi ocyliecTBIIsIIaCh HACTPOHKA cermuin miisa MITD.

Kaccera 2 ¢ MII® ycranaBiuBaeTcs BEpTUKAIb-
HO W mapaurenbHo mropkam 3. CHMMeTpHYHO II0
OTHOINIEHWI0O K HeHW pasMeIamTci IBa WCTOYHHKA
WOHOB I, KOTOpBIe pacmosiaraioTcsa moxa yriaom 90° k
IIOBEPXHOCTH 00pasIioB B (POKyce MydKa A MAKCH-
ManbHO 53(PPEKTUBHOM CKOPOCTH TPABIEHUS.

B nportecce macrpoiiku cekrmit MI1® meobxomu-
MO KOHTPOJHPOBATH 4aCTOThI YaCTHBIX PE€30HATOPOB
f1, [, 9ACTOTY BEPXHETO [, , ¥ HUKHETO [}, PE30HAH-
COB IIEE30CHUCTEMBI, 4 TAK/KE BEIHUYNHY PAasHOCA Jac-
TOT fyy— [uy JACTOTHBIE TApaMeTPbI MOTYT OBITH
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Puc. 5. 3oub! TpaBieHus I BLIDABHUBAHUSA YACTOT IaCT-
HBIX PE30HATOPOB f; u f, (@, 6), YMEHBIIEHUS U YBEIUICHUST
pasHOoCa 9acToT f, . — [ (6, 2)

_I.
3

di
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Fig. 5. Etching zones to equalize the frequencies of the
resonators fj, f5 (@, b), to reduce and to increase the fre-
quency spacing f, , — fin (¢, d)

I
vk
B \ \

YacroTa, Mly,

Puc. 7. AUX yacTHBIX PE30HATOPOB C JOILyCTHUMBIM (@) U BBI-
COKUM (6) JTUHAMUYECKUM COIIPOTHBIEHUEM

Fig. 7. AFR of the resonators with permissible (a) and high
(b) dynamic resistance

M3MEpPEeHBI B PEeIKUME BBIHYKIEHHBIX KOJeOaHUH 110
cxemaM, mpuBefeHHBIM Ha puc. 4. AUX usmepaau
IIyTeM TIOAKIIOYEHN KACCETHI C CEKIIUAMHU K BEKTOP-
Homy ananusaropy unemneir OBZOR TR 1300/1 uepes
610k ¢ L/C marpyskamu (amanrepamu).

HcnonpsoBanue ycranoBiu «Anbga H1» ¢ aBy-
M WCTOYHWKAMM [AeT BO3MOKHOCTH ITPOBOIUTH
TpaBJeHnue PasIndHbIX 00JacTel 3IeKTPOIOB ¢ obe-
HX CTOPOH TOMJIOKKH.

Ha puc. 5 npescraBieHnbl 30HBI HACTPOUKH TO-
YeUHBIX Pe3oHaTopoB. OTMETHM, YTO HPU TIOMOIIH

Ta6auma 1. Pe:xumsbr nporecca UJIT
Table 1. Modes of the IBE process

p ITorox rasa, Hanps:xenne Ha HOHHBIX
eIKAM 3.
M3 - ITa/c HCTOYHUKAX, KB
1 1,75 2
2 2,8 3
3 1,05 1,5
4 1,75 3

-10.0
-20.0 1| 21.365200 Mru 155.440 a6
-30.0 2| 21.391600 Mru +56.174 ab
[Ta
o 40.0
& -50.0 1 2
= -60.0 A A
< .
é -70.0 / /\\
<|-80.0
-90.0
-100 (I, “.‘
-110.0
21.28 21.34 21.4 21.46 21.52

Yacrota, My,

Puc. 6. AUX kBapuesoro K9: 1, 2 — gacToTs! HUKHETO f,, ,
BEPXHETO f, , PE30HAHCOB IIbe30CHCTEMBI

Fig. 6. Frequency response of quartz CE: 1, 2 — frequen-
cies of the lower and the upper resonance of the piezo sys-
tem fl.n and qun

IIITOPOK 30HBI TEPEKPHIBAIOTCA, YTOOBI HE JOIyC-
TUTH TIONAJAHNUSI HOHHOTO IIyYKa Ha 3JIEKTPOJ JacT-
HOTO Pe30HATOPa, UMEIOIIHI O0IbIIYIO YACTOTY.

Jlna yMeHBINEHUS WIM YBEIHYEHHUs pPasHOca
YacTOT HEOOXOAMMO TPaBIIeHNe CPEeTHUX Iu00 Kpaii-
HEX o0yiacTeil 3JIeKTPOIOB CeKnuu (cM. puc. 5, 8, 2).
Ecnu npu moctmikenrn HEOOXOIMMBIX IIAPAMETPOB
II0 pa3HOCy 3HAUYeHHEe HOPMAJIBHBIX YACTOT U dac-
TOTBHI YACTHBIX PE30HATOPOB HE COOTBETCTBYET Tpe-
OyeMbIM @apaMeTpaM, TO OCYIIECTBIAETCS [[OHA-
CTpPOHKa — OZHOBPEMEHHOE TpaBlIeHHe 30H (CM.
puc. 5, a, 6).

TexHOIOTHUECKHUI ITPOIIecC HACTPOUKH METO[OM
WJIT BritouaeTr TpaBleHHe 33JaHHBIX YIACTKOB IT0-
BEPXHOCTH HJIEKTPOJOB IIPH IIOMOIIY IITOPOK HA Ba-
KyyMHOU ycraHoBke «Anbda H1» B cremyromieit mo-
CJIeTOBATEIbHOCTH: BEIDABHUBAHNE YaCTOT YACTHBIX
Pe30HATOPOB; KOPPEKTHPOBKA Pa3HOCA 4acTOT; IIO-
BBIIIIEHHE YAaCTOT BEPXHETO W HILKHET0 Pe30HAHCOB
MIHE30CUCTEMBI; TEPMOTPEHUPOBKA I YCTPAHEHU
OCTATOYHBIX Hamps:xeHud B KI; mpoBepka u moj-
CTPOMKA HOPMAJIbHBIX YaCTOT.

SaMeTHM, YTO CKOPOCTh M KAYECTBO HACTPOHKH
YacTOThl (PUABTPA 3aBUCAT OT CTENEHUW BaKyyMa,
KOJIMYeCTBa IMO/IaBaeMoro pabodero rasa, dHepTUu
HMOHOB.

OO6cy:xneHue pe3yabTaTOB

IIpu wccnemoBaHwu BAMSAHUA TapaMeTpos (pe-
JKAMOB) TIPOIlECCA TPABIEHUS HA XAPAKTEPUCTUKHU
MII® MmeHsIM KOJIHMYECTBO IIOAABAEMOr0 Padouero
rasa mpu mmomMoinu cucrembl Hamycka «CHA-2» u na-
MpsKeHrne HAa NOHHBIX UCTOUYHUKAX (Tabm. 1).

Ha srame macrpoiiku cexruit MII® ycrano-
BWJIM, YTO IJI KBaplieBbIx KO omepamum mo Ha-
CTPOMKE YacTOT TOYEUYHBLIX PE30HATOPOB [; U [, He
obsizarenbubl. C MpuUMeHeHHeM BEKTOPHOTO aHAIH-
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3aropa Iemeid IOSBHJIACH BO3MOKHOCTH HACTpa-
UBaATh 4YaCTOTHI BEPXHETrO0 W HUKHEIrO0 Pe30OHaHCOB
IIbE30CHUCTEMBI 3a OFHY omeparuio (puc. 6). Temeps
IOCTAaTOYHO y4ecTh BHOCHMOE 3aTyXaHHe BEPXHEro
Q. ¥ HIWKHET0 @, PE30HAHCOB ITHE30CHCTEMBI,
pasHUIA MEKAY KOTOPHIMU MOJKHA COCTABIATH HE
6onee 2 nb.

Bo Bpemsa HacTpoiiku ObLIa BBIABIEHA 32BUCH-
mocTs AUX 0oT JHHAMHUYECKHX [TapaMeTpoB, TAKHX
Kak, HAIpuMep, COIPOTUBIIEHHE, EMKOCTb U WHAYK-
TUBHOCTb. [Ipu Bo3pacTaHuM IUHAMHYECKOTO CO-
npoTuBjieHnsa R HacTpanBaeMbIX 00pPA3IOB YBEJH-
YUBAETCI BHOCHMOe 3aTyxaHue ) U MeHSeTcs BUJ
AYX (puc. 7). AUX MoKeT “MeTb SIPKO BbIPAKEH-
HBIM IIWK ¥ HU3KOEe BHOCHMOE 3aTyXaHWe, 9YTO COOT-
BETCTBYET MAJIOMY COIIPOTHBJIEHHIO (CM. puc. 7, a).
Menee Boipaskennbrii muk (cM. puc. 7, 6) COOTBeET-
CTBYEeT BBICOKOMY IUHAMHUYECKOMY COIIPOTHBIIEHHUIO
© OOJIBIIIOMY BHOCHMOMY 3aTyxaHuio. JlaHHas 3aBU-
CUMOCTBh OyIeT cIpaBemiuBa MJS [HHAMHYECKOTO
conpotuBieHus Bepxuero R, u HmkHero R, peso-
HaHCOB IIbe30CUCTEMBI.

B Tab6m. 2 mpuBeneHbl YAaCTOTHBIE XapaKTepH-
crukn ceknuit ans MII®, macTpoeHHBIX MPHU pas-
mnyHbIX pexnmax WUJIT.

Bunso, uto o6paserr, HacTpauBAeMbIH B PEKIME
1, umeeT caMble HU3KHE 3HAUEHUA COIPOTUBICHUA U
Masioe BHOocuMoe 3aryxauue. MII®, monyueHHbIH B
pexxuMe 3, TakKe COOTBETCTBYET 3aJaHHBIM TPe6o-

Ta6aua 2. Xapakrepucruku cexmwit qius MITP
Table 2. Characteristics of the sections for MPF

BaHUSIM U UMeeT MaJble 3HAUYeHUs OCHOBHBIX XapakK-
TEPUCTHUK.

XyammMu xapakTepucTukamu objaamaer obpa-
3ell, TIOJIyUeHHBIA B pexume 2. B mammoMm pexnme
TpaBJeHWe MPOUCXOAUT TPH OOJBIIUX 3HAUYEHHUIX
ILUIOTHOCTH MOHHOIO TOKA U SHEPTUU WOHOB. 3a CYeT
OosIbIIIe DHEPTrHH, IepenaBaeMoOil yYCKOPEHHBIMU
MOHAMHY IIPH PACIbLIEHWH, BO3HHKaeT 3(perT Ire-
peHamnbUIeHnud 3JIeKTPOoAHOro mokpbiTusa KO mare-
puasia 5IeKTposia u YacTu Marepuana camoro K9 (3a
cueT M3MEHEHHsS reOMeTPHH MOHHOTO IIy4Ka) Ha COo-
cempaue KO.

YMeHbIlleHUE BEJIUYWHBLI ILUIOTHOCTH HOHHOTO
TOKA [aeT BO3MOYKHOCTh CHH3UTh BIHAHKE d(pderTa
MepEeHANbIIEHHUsA, HO JOCTATOYHO BHICOKHE SHEPTUU
noHOB B pesxnme 4 (oxomo 1,5 koB) He M03BOIAIOT
IocTrdb Tpebyembix xapakrepuctur MIID.

HcnbrTanus 1m0 MOATBEPKISHIIO BOCIIPOHU3BO/IH-
MOCTH M TOBTOPSIEMOCTH OCHOBHBIX XapaKTEPUCTUK
MII® mpwu ocyiecTBIeHNH UX HACTPOMKHU B PEKIME
1 WJIT npoBomunu Ha mapTuu U3 MecATHA 00pasIioB.
Pesynbprarel  sKCIHepHMeEHTA  IIPEICTABJIEHBI B
Tabi. 3.

[TorpeuraocTs HACTPOEHHBIX (PUABTPOB IO YaAC-
TOTE MPH JOCTHUTHYTHIX BOCIPOU3BOIMMOCTH U TIO-
BTOPAEMOCTH He TpeBhImasa 1, BHOCHMOE 3aTyXa-
Hue — 5, a pasnoc yacrotr — 0,5 %.

Iloce moHTa®a CeKIIMi, HACTPOEHHBIX C IIOMO-
ubio UJIT B perxume 1, nomyannu MII® co cremyro-

Pesxcmm foum BT Ry OM Quw 1B fom B Ry OM Qpw 1B fom = famw X'
1 21380,688 56,1 -39,498 21403,375 58,6 -39,989 22,6875
2 21380,313 198 -58,9 21403,188 230 -59,4 22,875
3 21380,8755 88,2 -46,8 21403,563 83,5 -45,8 22,6875
4 21380,875 116 -52,7 21403,375 99 -52,2 22,5

Ta6aua 3. Pesynbrars! SKCIIEPUMEHTA 110 IOATBEPSKIEHNI0 BOCIIPOU3BOJUMOCTH U ITOBTOPsieMocTy xapakrepuctuxk MITD

Table 3. The results of the experiment confirming the reproducibility and repeatability of the MPF characteristics

YacroTabie XapaKTepUCTUKU

O6paszert
fom ¥l @ 50 1B f.mo BT Qp» 1B fom ~ Fa B

1 21403,563 -40,257 21380,688 -43,734 22,875
2 21403,375 -39,989 21380,688 -39,498 22,6875
3 21403,375 -42,432 21380,5 -41,01 22,875
4 21403,188 -38,423 21380,556 -42,356 22,6319
5 21403,188 -40,556 21380,313 -38,333 22,875
6 21403,188 -39,618 21380,5 -40,601 22,6875
7 21403,188 -38,205 21380,5 -40,017 22,6875
8 21403,188 -38,854 21380,5 -42,163 22,6875
9 21403,188 -40,064 21380,688 -42,127 22,5

10 21403,375 -40,286 21380,688 -40,908 22,6875
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IIAMH TIapaMeTpaMu: HOMHUHAJIbHAA dYacrora —
21400,681 xI'11; HIKHAA ¥ BEPXHIST YaCTOTHI cpesa
mo ypoBHw -3 1b — 21384,350 u 21417,012 gl
[IAPWHA II0JIOCHI IIPOMYCKAHHS II0 YPOBHIO
-3 n1b/-40 — 32,66/84,32 kI'11; BHOCHMOE 3aTyxaHue
B mosioce mpomyckanusa — 0,5 nb; rosddurment
IpsaMoyToIbHOCTH — 2,58.

3axjaroueHue

Texuomorusa wuacrpoiikun MII® Ha 06BEMHBIX
akycruueckux BosHax Briarodaer WUJIT ero siaexrpo-
OB, B pPe3yJbTaTe Yero MOHMKAeTCA 4acToTa 4acT-
HBIX pe3oHaTopoB. IIpoBenmeHHbIE WcCCIETOBaAHUA
nporecca MUTJI mokasanm, 4To BHOCHMOE 3aTyXaHUe
¥ IUHAMHAYECKOE COIPOTUBJIEHNE 3aBUCAT OT YACTO-
ThI YaCTHBIX pe30HATOPOB. Kpome Toro, MosKHO oCy-
IIeCTBAATh HACTPOUKY TOJIBKO BEpXHEU W HIKHEU
HOPMAJIbHBIX YaCTOT (PUIABTPA C KOHTPOJIEM II0 BHO-
CUMOMY 3aTyXaHUI0 U UCKIIOUUTH OTIEPAIIUH 110 KOH-
TPOJIIO YaCTOT IIEPBOTO ¥ BTOPOTO YACTHBIX pe30Ha-
TopoB. Tako#l cmoco6 MMO3BOIsIET MPOBOAUTH Ha-
CTPOMKY CEKITMH C MEHBIITUMH I10 ILJIOIATH SJIEKTPO-
IaMu g (puabTpPoB Ha 0ojiee BBICOKMX YaCTOTAaX,
COKPaTUTh KOJIUYECTBO Ollepalliil U BpeMsd HacTpou-
KU, a TaKKe IOJIyYUTb CEKIIMHU C OLMHAKOBBIMH Yac-
TOTHBIMHU XapPaKTEPUCTHKAM.

Pesynwsrarer UJIT B 3HaunTENBHOM CTETIEHU 3a-
BHCAT OT ITOTOKA pabodyero rasa W HANPSKEHUd Ha
WOHHBIX WMCTOYHHUKAX. DBUIM OIpemeeHbl OITH-
MmanbHble mapamerpbl WJIT s1exkTpomoB dacTHBIX
pe3oHaTopoB: pabouee masnenume — 1,33 - 1072 Ila;
pacxon pa6oudero raza — 1,75 m® - Ila/c; sHeprus
HMOHOB B MOHHOM IyukKe — 1 KsB; mIoTHOCTh HOHHO-
ro Toka — 6 MA/cm2. B mpomecce HACTPOMKH IIOIY-
YUIW BBICOKHE BOCIIPOM3BOAMMOCTH U IIOBTOpSE-
MoCTh mapameTpoB. llorpemrHOCTH HACTPOEHHBIX
CEeKITMI II0 JacToTe He IIpeBbIMIaia 1, BHOCUMOe 3a-
Tyxanue — 5, pasnoc gacror — 0,5 %. Ilapamer-
Phl TOJYYEeHHOTO B JAHHOM PEKUME MOHOJUTHOTO
KBapiieBoro (uiabTpa COCTABWIM: HOMHHAIbHAST
gactora — 21400,681 MI'm; mupuHa IOJIOCHI IIPO-
IycKaHud 110 ypoBHIO —3 1B — 32,66 xI'11; BHOCHIMOE
saryxauue — 0,5 1B.

[Tonyuenubie pesyabTaThbl MOTYT OBITH HCIIOJb-
30BAHbI TPH HACTPOHKE IMHE303JIeKTPUIECKUX
¢unpTpoB, paboraronux Ha 00jee BBICOKUX (0
350 MTI'r) uacrorax. IIlpumenenrie BHIGpAHHOTO pe-
JKMMa TPaBJIE€HHUA JaeT BO3MOKHOCTb HACTPAWBATh
CEeKITUU C MEHBIIINM 3JIEKTPOIHBIM MOKPHITHEM U Ma-
JIBIMU T€OMETPUYIECKUMHU pasMepaMu, YTO ABIIAETCA
MEePCHEeKTHBHBIM HAMpPaBIeHWEM B paspaboTke
MII® Ha 06bEMHBIX AKyCTHIECKUX BOJTHAX.
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MomnokpucTanInIecKuii aHTUMOHI HIUA — He3aMEeHUMbII MATEPUAT B TAKUX 00JIACTAX TBEP-
JOTEILHOH 3JIeKTPOHUKH, KAK OIITO- K HAHODJIEKTPOHUKA. B CBOIO 0uepes IIOTHOCTD AHUCI0KA-
MU ¥ XapakTep UX PACIpeeIeHus, HAMPIMY 3aBUCSIIME OT TeXHOJIOTHYECKHUX apaMeTpOB
mmporiecca pocTa, BO MHOTOM OIIPEAETISAIOT (PH3HMYECKHe U MeXaHMIecKue CBOMCTBA MaTepuaa.
B pabore mpencrasieHbl pe3ynbTaThbl UCCASTOBAHUI MOHOKPHCTALIOB InSb, momydyeHHbIX MO-
JEPHU3UPOBAHHBIM METO0M JOXpaJbCKOro B Kpucrayriorpaduyueckux Hampasiaenusx [100],
[111] u [112]. AnanusupoBaIy BIUAHIE YCIOBUH BIPAIIMBAHNA (0CEBBIX U PAIUATHHBIX TEMIIE-
PaTYpHBIX TPAANEHTOB HA (PPOHTE KPUCTAIIN3AINHN) Ha JUCIOKAIIMOHHYIO CTPYKTYPY ILIACTHH
InSb. Kpome Toro, uccmenoBany CTpyKTypHbBIE CBOMCTBA ILIACTHH. MeTomoMm u36HpaTeIbHOrO
TPaBJIEHUS YCTAHOBIEHO, YTO KOIMYECTBO AUCIOKAIMOHHBIX AMOK TPABIEHUS HA IIACTHHAX C
Pa3IMYHON OPUEHTAIMEN OTIANYAeTCs TPUMEPHO HA TOPSAAOK BenmunHbl (103 em—2 — s mioc-
rocru (111) m 102 em2 — g (100)). Kommaecrso duryp Tpasmenms ams miockoeru (100) coms-
MEPHMO C X YKCIOM B KPHUCTAILIAX, BhIpAIEHHbIX B Hampasienuax [112] u [100]. BeposaTo,
MaKCHMAJIBHYIO IIOTHOCTh AWCIOKANWH B MOHOKpHcTayuiax InSb MokHO cunrarh KOHCTAHTON
Marepuaa, a IOBBIIIEHHAA IIPOYHOCTh MOHOKPHUCTAJLJIOB, BhIPAIIIEHHBIX ITPHW MEHBIIINX OCEeBbIX
rpajueHTax Ha (PPOHTE KPHCTA/UIM3AIMH, CBI3aHa ¢ (popMupoBaHreM U (py3HOHHBIM IIyTeM
XapaKTEePHOTO aHcaMOJIA TOUEYHBIX Je(DeKTOB BIOJb JIMHUM Auciokanuu. [lokazano, uro Hau-
JIyYIIMMU (PU3MIECKUMY U MEXaHHJYECKIUMHU CBOMCTBAaMH o0smanaroT mwiactuasl InSh [112] (100).
HOJIy‘IeHHbIe pesyabTarbl MOTYT 6bITb HCIIO/JIb30BAaHbI IIPHU U3TOTOBJI€HUH KOMILIEKTYIOINUX OJI
(oTorpHEMHHKOB, B 4aCTHOCTH, IIpU 00pab0TKe IIacThH (peskKe, NLIH(OBAHUY U IIOJIHPOBAHNH)
JJIT OIITUMH3AITUH TEXHOJIOTHYECKOT0 IIpo1ecca.

KaroueBsle ciaoBa: Meron YoxpalbCKOro; AHTUMOHU, HHAWS, IUIOTHOCTD IUCIOKALIVIL, METO]
n36HMPATEIBLHOTO TPABIEHUS; KPUCTAIOTpAIECcKasd OPHEHTAIIHS.

STUDY OF INDIUM ANTIMONIDE SINGLE CRYSTALS OBTAINED
BY THE MODERNIZED CHOKHRALSKY METHOD
IN SEVERAL CRYSTALLOGRAPHIC DIRECTIONS
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Single-crystal indium antimonide InSb is an indispensable material in such branches of solid-state elec-
tronics as opto- and nanoelectronics. In turn, the dislocation density and the character of their distribu-
tion, which directly depend on the technological parameters of the growth process, considerably determine
the physical and mechanical properties of the material. We present the results of studying InSb single
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crystals obtained by the modernized Czochralski method in the crystallographic directions [100], [111],
and [112]. The effect of growth conditions (axial and radial temperature gradients at the crystallization
front) on the dislocation structure of InSb plates and the structural properties of the plates were analyzed.
Using the method of selective etching it was shown that the number of etching pits on the wafers with dif-
ferent orientations differs by approximately an order of magnitude (103 cm2 for plane (111) and 102 cm—2
for (100)). Number of etch pits for the (100) plane is commensurate with their number in crystals grown in
the [112] and [100] directions. Probably, the maximum dislocation density in InSb single crystals can be
considered as a material constant, and the increased strength of single crystals grown at lower axial gradi-
ents at the crystallization front is related to the formation of a characteristic ensemble of point defects
along the dislocation line through diffusion. It is shown that InSb wafers [112] (100) exhibit the best phys-
ical and mechanical properties. The results obtained can be used in the manufacture of structures for
photodetectors, in particular, in plate processing (cutting, grinding and polishing) to optimize technologi-
cal processes.

Keywords: Czochralsky method; indium antimonide; dislocation density; selective etching; crystallo-

graphic orientation.

BBenenune

MoHoKpHUCTAIINIEeCKHN AHTUMOHU WHIUA —
He3aMeHUMbBIH MaTepruas B TAKUX 00JaCTIX TBEPIO-
TEILHON BJIEKTPOHUKH, KaK OITO- U HAHO3JIEKTPO-
uuka [1 — 3]. Ha ero ocrHoBe mpon3BOIAT THHEHHBIE
U MaTpu4IHble (POTONPUEMHUKN (CHEeKTPAIbHBIH
IUAIAa30H IJIUH BOJH — 3 — 5 MKM), IIpUMeEHsIeMbIe
B CHCTeMax TeIIoBugeHus (4 — 6].

MoHokpuCcTaLITIBI AHTUMOHUIA UHIUS ITOIyIal0T
B OCHOBHOM MeTOf0oM H0XpasbCKOTO C KUIKOCTHOM
repmerusarnuei pacmiasa gaocom (B,03) B aTmo-
cdepe uneprroro rasa (LEC-meron) [7 — 10]. Otme-
THM, YTO UCKIYUTEIBHO IJIs JT1aO0PaTOPHbIX HCCIIe-
MOBAHUU MOMKET OBITh TaKKe TPUMEHEH MeTO[
Bpumxmena [11]. BripamuBanre MOHOKPHCTAIIOB
MIPOBOAAT B KPHUCTAILIOTPA(UIECKOM HAIMPaBICHUN
[112]. B xauecTBe MOAJIOKEK MHPU H3TOTOBIEHUN
pubOPOB HCIIOIB3YIOT, KAK MPABUIO, IIACTUHBI C
opuenTarueii (100), He omnmmuaromuecs In- u Sh-
cTopoHaMu. B HEKOTOPBIX DKCIEPUMEHTAIbHbBIX 3a-
Iavax MOKeT WCIIOIb30BaThcd u opueHTarud (111)
[12].

Bri6op mampaBnenus BwipamuBauud [112] om-
penensercsi BO3MOKHOCTHIO HCKIIOUEHHUA KaHAJb-
HOH HEOJHOPOIHOCTH B KPHCTAJIe, OJHAKO pe3Ka
iacTuH ¢ opuenTtanueii (100) ocyiecTBisgeTcs o
yraom 35,3°, UTO B CBOI0 OYepenb HPUBOIUT K
YMEHBIIIEHUIO BBIXOAA TOMHOU MPOAYKIUU. BbIOOp
TOTO WJIX WHOTO HAIIPABJIEHUA BhIPAIIUBAHUA MOHO-
KPHCTAJIJIOB II03BOJIAET HE TOIbKO YBEIUIHUTD BBIXO
TOAHBIX IUIACTHH, HO W O0ECIeYHTh ONTHMAIbHBIE
CBOMCTBA ITO/JIOKEK I IPUOOPHBIX paspaboToK.

Cosnmanuve OmpeneleHHbIX U OTIHYHBIX APYT OT
IpyTa TeMIIepaTypPHBIX TPAIUEHTOB Ha (PPOHTE KPH-
CTAJLTU3AINHU — 00d43aTeIbHOE YCIOBHUE POCTa MOHO-
KPHCTAJIIOB C PAa3IMYHOH KpHUCTALIOrpadHIecKom
opuenTarueii. [Ipu srom hopmupyemas mucioraru-
OHHAS CTPYKTypa KPHCTAILIOB OIPENesseTcs Tel-
JIOBBIMH ¥ [WHAMHYECKHMU YCIOBHUAMH IIPOIiecca
BoeIpamnuBauusi [13]. B cBoio ouepens qucioramuu u
XapakTep WX PACIpPeIe]eHHs OKa3bhIBAIOT GOJIBIIIOE
BJIMSTHUE HA CBOMCTBA IJIACTHH, WCIOIb3yEeMBbIX IJIT

usroToBiaeHusd npubopos [14]. Jluneiinbie medeKToI
CO37aI0T JOHOPHBIE W AKIENITOPHBLIE YPOBHH B 30HE
MMPOBOAMMOCTH IIOJIyIIPOBOAHHUKA, YTO MOJKET BBI-
3BaTh MPEKIeBPEMEHHBIH MPo6oi B 061acTu IPrOO-
pa, B KOTOPO# JUCIOKAIINY IIEPECEKAI0T p — n-Iepe-
xop [15]. Bmecre ¢ TeM AByMepHBIE HECOBEPIIEH-
CTBa — MECTO CTOKA TOYEUYHBIX Je(DEeKTOB, YTO M03-
BOJISIET 3HAYUTEIHHO CHU3UTH BEPOSITHOCTH POPMHU-
POBaHUA UX KOMILIEKCOB (MUKpPOIE(dEKTOB), a TAKKe
MMOBBICUTD IIPOYHOCTD MOI0KEN [16, 17].

[ens paboTsl — wuccIemoBaHHE MOHOKPUCTAII-
0B InSb, mory4ueHHbBIX MOLEPHU3UPOBAHHBIM METO-
moMm YoxpasbCKOTO B KpPHUCTALIOTpadUIecKuX Ha-
mpapienuax [100], [111] u [112].

Marepuaabl, METOIHKA, 000PYIOBAHHE

Monoxpucramisl aHTUMOHNUA WHANA BBIPAIIN-
BaJIX MOJEPHU3UPOBAHHBIM METO0M J0XParIhCKOTO
(mar. 2482228 P®), npearoaaraoiiuM UCKII0YEHHE
TPY/I0- ¥ 9HEPTOEMKHUX TEXHOJIOTHIECKUX [IEPEIeIOB
[0 CHHTE3y W IOCIEIYIOI[yI0 MHOTOKPATHYIO 30H-
HyI0 TaBKy (10 40 TPOX0I0B 30HBI) AJIA MOIYIEHUT
TIOTUKPUCTAIIINYIecKoro Marepuana [12]. B kauect-
Be MCXOHBIX KOMIIOHEHTOB HCIIOIb30BATIH CYPhMY U
uaaui yucrorou 7N. Ilporece ocymiecTBaanu B at-
Mocgepe cTaTHIEeCcKOoro BakyyMma 6e3 UCIT0Ib30BaHMSI
(hirroca u 1aBIeHUA WHEPTHOTO Tasa.

TenmnoBble U AUHAMHYECKUE YCIOBUSA JJIA IIOJLY-
YEeHHUA YCTOHYHUBOIO POCTA MOHOKPHCTAJJIOB B Ha-
npasimeruax [111] u [112] sHayuTenbHO OTIIH-
YaJIUCh OT YCJIOBUU IIOIyYeHUA MOHOKPHCTAJIOB B
kpucrarorpadguueckom Hampasiaenuu [100]. Pocr
MOHOKPHCTAIJIIOB B Hampasienun [111] ocyie-
CTBIIAJICA IIPU OCEBOM TPAfMEHTe TEeMIIepaTyphl Ha
¢porre EKpucrammuzanmu 20 - 25 rpag/cm, B Ha-
npaBienun [112] — 25-32, B HampaBieHHU
[100] — 35 —40 rpag/cm [18]. Pasnuumne B oceBbIX
rpajiieHTax TeMIeparyp IpPU BhIPAIUBAHUN B Pas-
JINYHBIX HAIPABIEHUAX AOCTUTAIOCH IIyTEM IIOJ-
6opa rpadUTOBOTO TEIIOBOTO y37a, COCTOSAIIETO W3
HarpeBaTesisi U BEPTHUKAIbHBIX M TOPHU30HTAIBHBIX
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InSb [112]

InSb [100]

Puc. 1. MoHokpucTa/IIbI aHTUMOHHI/IA UHANSA, BHIPAIIEHHbIE B PA3INYHBIX KPUCTAIIOrpAGUIeCKUX HAIPABIEHHUAX, U (hopMa
IJIACTHH, BBIPe3aHHBIX IIePIeHIUKYIAPHO HAIIPpAaBJIeHUAM BbIPAILIIBAHUA

Fig. 1. Indium antimonide single crystals grown in various crystallographic directions and the shape of plates cut perpendicu-

lar to the growth directions

9KPaHOB, a TAKIKE IIOJ0KEHUA IOBEPXHOCTH PaCILa-
Ba OTHOCUTEJIBHO Kpas HarpeBaTes.

IIpu BhIpanuBaHUy MOHOKPHUCTAIIOB B HAIIPAB-
serun [111] cKOpoOCTb BBITATHBAHUS ObLIA CYIIe-
CTBEHHO BBIIlle, YeM IIPY BBIPAIMBAHUN B HAIPAB-
meruax [100] u [112]. CHukeHME CKOPOCTH BBITSTH-
BaHud B Hampapienuu [111] pesro yBemuuuBasio
IUaMeTp MOHOKPHCTA/IA W HapYIIaJ0 MOHOKPH-
CTAJNTMYECKUH POCT BILUIOTH [0 O0pa30BaHUS IEH]-
puroB. OTMeTHM, YTO IIPU BHIPAIUBAHUN MOHOKPH-
cramnoB InSb B Kpucrammorpadudeckux Hampasie-
Huax [111] u [100] MOHOKpHCTANIBI OTPAHAIOTCS
PaBIWYHBIME IUIOCKOCTAMHU W HMEIOT PAa3THIHYI0
dopmy momepeunoro ceuenus. [Ipu aToM yrom Komy-
ca MOHOKPHCTAJIJIOB, BhIPAIIIEHHBIX B HAIIPABJIEHUU
[111], cocraBasier meHee 90°, a I MOHOKpHCTAJ-
JIOB, BhIpamieHHbIX B HampasiaeHuu [100], mpeBsI-
mraet 90°.

BoibpanHble OITHMAIbHBIE TEIJIOBBIE YCIOBHS
U CKOPOCTH BBIPAIIMBAHUA MOHOKPHCTAJIOB IT03BO-
JISSTIA TIOIEP:KUBATD E€CTEeCTBEHHYI0 (DOpMYy pocTa
KpHcTajia, ocobenno mid Hampasiaenusa [111], u co-
XpaHATh AUaMeTp BIUCAHHOU OKPYKHOCTH >52 MM.
Brino BeipaliieHo 12 MOHOKPHUCTAIOB C OPHEHTAIIH-
et [100], [111] u [112] (mo 4 cauTKa KasI0i OpHUEeH-
TaIlun).

Ha puc. 1 npencraBiaeHbl MOHOKPHUCTAILIBI, TIO0-
JiydeHHbIe B KpHCTAIOrpaduiecKux HaIMpaBlIeHU-

ax [100], [111] u [112], u KOHTPOJbHBIE ILIACTUHBI,
BBIPE3aHHBbIE MEPHEHIUKYJIIPHO HAIPABICHUIM
pocTa OT BepXHel U HIUKHelH 061acTell UInHAPHIe-
CKO# YacTh MOHOKPHUCTAJLIIOB.

KouTpoabHbIe IIACTHHBI, OPUEHTAIINI KOTOPBIX
coorBercrBoBasia miockoctam (100), (111) u (112),
HCIIOJIb30BAN JIJIA H3YYEHUS DIIEKTPOPUIUIECKUX
CBOYICTB U CTPYKTYPHBIX 0COOEHHOCTEH MTOIyIeHHBIX
MOHOKPHUCTAILIIOB (ILTIOTHOCTH guciokaiumii). OTkio-
HEHHEe OT OPUEHTAI[UYM W3MEpPHAINd IyTeM ChbEMKU
KPUWBBIX KauyaHWd HA PEHTTEHOBCKOM IH(PPAKTO-
metpe «[[POH-7» ¢ ucmosnb3oBannemM MeIHOIO U3JLy-
yeHHA OpHu pasHoctu noreHnmanoB 30 kB u Benn-
yuue Toka 10 MA B pabouem peKuMe CO CKOPOCTBHIO
2 rpag/mus ¢ marom 5c¢ u skcmosunmen 0,15 c
[19, 20].

AnekTpodu3uIECKre ITapaMeTPbl MOHOKPHCTAII-
JIOB OTIPEJIENISIIIN Ha KOHTPOJIBHBIX TIACTHHAX METO-
nom Bau-nep-Ilay mpu temmeparype KuIKoro asora
[21].

g usydyeHus CTPyKTYPbhI 13 MOHOKPUCTAIIIIOB C
opuenTaruei [112] BrIipe3anu IIacTUHBI, OPUEHTH-
poBanHbIe 1m0 mrockoctsam (112), (111) u (100) [22].
Pesxy mnactun npoBouiaum Ha cTaHKe «Anmas-4»,
HCIIOIB3Ys TTOBOPOTHBIE YCTPONCTBA U CXEMY VIJIOB
HAKJIOHA TPeOyeMbIX IIJIOCKOCTEH K OCH POCTa MOHO-
kpucrasia. Ha puc. 2 mpuBenena cxema pesku 1ia-
cruH (111) u (100).
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Puc. 2. Cxema pesku mmactus (111) u (100) 13 MOHOKpHCTALIA, BHIPAIIEHHOTO B HampaBaeHuu [112]

Fig. 2. Schematic diagram of cutting plates (111) and (100) from a single crystal grown in [112] direction

C mOMOIIBI0 TIONHUPYIOMIETO ¥ CEIeKTHBHOTO
TpaBJeHud Ha IIACTUHAX C PA3INIHOM OpHEHTAIH-
el BBIAB/ISIIN SMKMA TPABJIEHUA U IPOBOIAWIN HUX
MTO/[CYET METOJIOM JEBATH IOJIEH C UCIOAb30BAHUEM
OIITHYECKOro MuKpockora [23, 24]. Ha mmockocTax
(111) u (112) ssMEM TpaBlIeHUsS OTYETIHBO IIPOSIBII-
such Ha In-CTOpoHE IIpH TPABIEHUH B MOJUPYIOIIEM
tpaButene CP-4 (7 - 10 ¢), 4To cBA3aHO C Pa3IUIHU-
eM B ruOpuau3alni aTOMOB HA HTHX IIIOCKOCTIX
[25]. Ha mrockoctu (100) aMku TpasjieHus HaOIO-
IAINCh Ha 00€MX CTOPOHAX IIJIACTUHBI TOJIBKO IIOCTIE
TpaBlIeHUA B CEJIEKTUBHOM TpaBuTese (5 mun) [26].

IlanopaMubie H300paKeHUA TOIYYAIH IIyTEM
«CKJIEHKW» OTHEeNbHBIX KaapOB B IpoTrpaMme

ThixometPro. IlpumeHsnau cBeTOBOM MHUKPOCKOIL
AxioLab Al CarlZeiss [27, 28].

OG6cy:xnenue pe3yabTaTOB

Hsmepenuss sIeKTPOPUINIECKUX IIAPaMeTPOB
MOHOKpHCTA/UIOB InSh mokasanu, 4TO 3HAYECHHUA
KOHIIEHTPAIINX CBOOOIHBIX DJIEKTPOHOB W MX IIOJ-
BHJKHOCTH COOTBETCTBYIOT CTAHAZAPTHBIM 3HAYe-
HHUSM I8 HEJeTHPOBAHHOTO AHTHMOHWAA WHIHS
U COCTaBJAIOT, COOTBETCTBeHHO, n = 2,2 - 1014 -
2,5 - 101 em3, r=55-105-21-10°cm?(B - c)
(77 K). Ilpu sToM pacupeneiesre TeXHOIOTHIECKUX
ocraTo4YHbIX IpuMmecel (B ocaosuoMm Te, Se, S) B mo-
HOKPHCTAJIAX HE 3aBHCUT OT HAIPABJIEHUd BbIpa-

IIUBAHUA W HE IIPOTHBOPEYHUT HX KOd(PQUIIUEHTY
pacnpenenenus B InSb (K44 = 0,7) [21].

Ha KOHTPOJIBHBIX IIJIACTHHAX, BBIPE3aHHbBIX M3
KPHCTAJIIOB, IIyTeM II0ficUeTa SIMOK TPaBIeHHUS Olle-
HUBAIM IUIOTHOCTH muciaokanuii. OTmermMm, dTO
AMKHU TPaBJIEHUSI Ha KAKIOM W3 IJIOCKOCTEN MMEIHn
pasinudHyl0 (QopMy, KOTOpas OIpeaesiach pac-
[MOJIOYKEHHEM KPHUCTAIOTPA(UIECKUX IIJIOCKOCTEH
¢ HaubOJbIIeH PEeTHKYIAPHOH ILIOTHOCTHIO OTHO-
CHUTEJIbHO IIOBEPXHOCTH. IIIOTHOCTH yIIAKOBKHU
KPHCTAIIOTPA(pUIECKON ILIOCKOCTH, OTHOCHUTEIHLHO
KOTOpO# ObLIa IIpOBeIeHA OpHUeHTAIusd, B 3Ha-
I‘II/ITQJII)HOIU/I CTeIIeHU oIpenaeasdaeT BepPOATHOCTbL BO3-
HUKHOBEHUS (PUTYPHI TPABJIEHWSI B MECTAaX BBIXOMAA
IUCIOKAITAH.

Ecnu paccmarpusaTh mporiecc u30upaTesrbHOTO
TpaBlIeHUA C TOYKH 3PEHHUS KHHEMAaTUYECKOU Teo-
pYH PACTBOPEHHS, TO 00pA30BaAHNE AMKN JIUMUTHUPY -
eTcsd KMHEeTUKOM JBUKEHHUS MOHOATOMHBIX CTyIIeHEH
(puc. 3). OueBugHO, YTO HA IBUIKEHUE CTYIIEHEH
Tak:ke OyaeT OKasbIBaTh BIHSHHWE aHCAMOJb TOYed-
HBIX /1e(DEKTOB, (POPMHUPYEMBIX HEIIOCPEICTBEHHO
BIOJIb JIMHUN TUCIOKAIUH. B cB3u ¢ 0o/lee HU3KAM
OCEBBIM TPAJUEHTOM M IOBBIIIEHHOHU IUPPY3UOH-
HOH AKTHBHOCTBIO HYJbMEPHBLIX HECOBEPIIEHCTB B
caydae pocTa MOHOKPHCTANIA B Hanpasaennu [111]
dopmupyrorea 6osiee IIOTHBIE cerperaruu. B pe-
3yJIbTaTe CKONIbKEHHe MTUCIOKALMU 3aTPyAHEHO, U
CIUTKH 00/1a1aI0T HOBBIIIEHHOH IPOYHOCTHIO [14].
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Puc. 3. Cxema CbOpMHpOBaHI/Iﬂ SAMKH TPaBJI€HUA B MeCTaX BbIXOJa ,Z[I/ICJIOKaI_II/If/'I Ha IIOBEPXHOCTHh MOHOKPHUCTAJLIA

Fig. 3. The scheme of the etching pit formation in the sites of dislocation exit to the surface of a single crystal

T'eomerpus urypb! TpaBIeHU C TOUKH 3PEHUT
TEePMOAHNHAMUYECKOH TEOPHH OIIpelessieTcs BbIpa-
SKEHUSIMU:

AukT S pT ’ 1
h*y2 In (1h/RE*)
2B
k= £, 2
A (2

roe Ap — pasHocTh moTeHnuanos; R, h — pamuyc
KPUBHU3HBI U TJIyOMHA SMKH TpPaBJIEeHUS; Y — IIO-
BEPXHOCTHAS YHEPTUA MOHOKPHUCTAILIA; k¥ — K0d(-
(pUIEeHT TOABHUIKHOCTH SJIEMEHTAPHON CTYIIeHH
pacTBopeHusd; A, — cpefHee cMelleHne aToMa; J —
K02()(PUITUEHT COIPOTUBIICHUSA IBUKEHUIO CTYIICHHU.

Cerperanus TOY€YHBIX TePEKTOB BIOJIb JHCIIO-
Kalluy OKa3hIBAeT JBOSKOE BIUSHHE HA BUIUMOCTD
aMKu tpaBiaenusa. C ogHOW CTOPOHBI, OHA YBEIUYHU-
BaeT PasHOCThb IOTEHI[UAJIOB XMMUYECKOH peakiuu
Ap, a ¢ Ipyroii — CHUIKAET CKOPOCTD JBUKEHUSI MO-
HOATOMHBIX CTYII€HEH, BIAUAA Ha KUHETUIECKUH KO-
acpunment k*. CoBOKymHOe BIUAHHUE PETUKYJIAD-
HOH IJIOTHOCTHU IIOBEPXHOCTH ILJIACTHHBI U XapaKTe-
pa 00pasyoIIuXCcsi B Pa3lNYHBIX TEMIIepaTypPHBIX
YCIIOBHUAX TOUEUHBIX [e()eKTOB BIOJIb JIUHUH JUCIIO-
Kalli{ MOMKET CKa3aTbCA Ha 00BEKTUBHOCTH OIEHKU
ILUIOTHOCTH JUCJIOKAIMH 110 iMKaM Tpasienus. Cym-
MHUPYA OPeICTaBIeHus O MPOoIlecce PACTBOPEHHUS TI0-
BEPXHOCTH MOHOKPUCTAJJIA, MOKHO CIeIaTh BHIBOI,
YTO BEPOATHOCTH (DOPMHUPOBAHUA (PUTYPHI TpaBie-
HHSI B MECTaX BbIXO[A JUCIOKAIIUN HA ITOBEPXHOCTH
(111) u (100) pasaugua.

Ha puc. 4 npuBeeHbl AMKYM TPABIEHUA U IAHO-
pambl uX pacipenmenenus niad iockocred (100) u
(111). Bumno, 4TO HA MOBEPXHOCTU IIACTHH C KPH-
crannorpadudeckoii opuenrtarmei (100) dopmupy-
oTcs (PUTyphI TPABIEHUS OBAJIBHON (POPMEI, a Ha
noepxuoctu (111) mucIOKAIMOHHBIE AMKH MMEIOT
CKpYyIJIeHHYI0 (OPMy C BUIUMBIM IHOM B IIEHTpE
¢urypsr.

B rabmuiie mpuBeeHO KOJUUECTBO AHUCIOKA-
IIMOHHBIX SMOK TPABJIEHUSI B BBIPAIEHHBIX KpPH-
crajmiax. BUAHO, 4YTO KOJIMYECTBO MHCIOKAITHOHHbBIX
IMOK Ha KOHTPOJBHBIX IUIACTHHAX [TOCTHTAEeT
~1-10% u 5-10% cM? 1/ KPHCTAJLIOB, BBIPAIEH-
HBIX B KpHCTALIOTPA(UUIECKUX HAIPaABICHUAX
[111] u [112], 1o cpaBHEHUIO C KPUCTAJLJIAMHU, BbIpa-
meHHbIME B Hanpasiaeauu [100] (<102 em2).

3amerum, 9yT0 B TAb/IHIlE IIPUBEIEHBI KOJIHUYe-
CTBA JWCIOKAIIMOHHBIX IMOK TPAaBJIEHHSI IJISI IIjIa-
crur (112), xapakTepusymlire CPegHIOn HX ILIOT-
HOCTb B KpHCTAJIJIe, ¥ IJIOTHOCTH IMOK JIJIS ILIACTHH
(111) u (100), BbIpesanHbIXx mon yriaamu 19°28 u
35°16' k¥ ocu pocra MmoHOKpHucTawia [112].

Kaxk mokaseiBator manubie (cM. TAOMHILY), KOIU-
4YeCTBO AUCIOKAIMOHHBIX IMOK Ha IacruHax (100)
u (111) B Kpucraie ¢ opuenraruei [112] umeror
3HAYeHUs, OIM3KHe K aHAJOTUYHBIM 3HAYCHUSIM HA
KOHTPOJILHBIX IJIACTHHAX MOHOKPHUCTAJLIIOB C OPHEH-
ramuamu [100] u [111]. IIpeamonoxuiu, 4To MaKkCcH-
MaJIbHaA ILIOTHOCTh POCTOBBIX IHUCIOKAIIAA MOHO-
kpucraia InSh — koncranra marepuana. [lanmoe
MIPeIIoI0KeHe MOKHO OIUCATD CIEAYIOIIUM BhIpa-
sxeHueMm [29]:

“421‘1‘0:41762(1_“)27E2 3)
8 G2p2
rme G — Moxynb casura; | — Koadunment [lyac-
cona; b — Bekrop Broprepca; 0 — Hanps:xenue.

Brnusauue Temsopa HaIpS:KeHHU B Telle PacTy-
IIeT0 MOHOKpHCTaAAa B BbIpaskeHuun (3) ompemne-
JIsieTcd BeIMYMHOUN HANIPS:KEeHUH O U IBJIAETCA Clel-
CTBHEM ACUMMETPUYHOCTH ¥ HEOTHOPOTHOCTH TEM-
IIePaTyPHOTO II0JIA TIEYH:

=kEa(T,,..), 4)

L Makxc

roe k — mepeBepuyToe umcio buo (<1); E — mo-
nyns IOHra; a — K03(p(PUIIHEHT TepMUIECKOTO
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Puc. 4. fAviku TpaBnenus u ux pacrpenenenre Ha miockoctax (100) u (111)

Fig. 4. Etching pits and their distribution on the planes (100) and (111)

pacuupenns; 87, — MAaKCUMAIbHBIA Mepemna

TeMIIeparyp.
Mo:xHO 3aKII0UUTE, YTO COOMIONEHNE 3aJaHHbIX
3HAYEHUN TeMIepPaTypHBIX TPagUeHTOB — o00sd3a-

TEeIbHOE YCJIOBHE pOCTa MOHOKpHCcTaia. Kpome
TOrO, HanpsuKeHue o > 0, TOCKONBKY HAIWYUE Oce-
BOTO TEMIIEPATYPHOTO IpajrieHTa — Heo0X0auMoe
yCIIOBHE POCTA MOHOKPHCTANTIA W BO3HUKHOBEHUS
HaNpsKeHuH (B YACTHOCTH, O < Oy, TAK KaK B
MIPOTUBHOM ClIy4ae, ucxond u3 (4), MOHOKPUCTAILIH-
YecKuU pocT 0e3 00pas3oBaHus JamMeael U IBOMHU-
KOB CTAHOBUTCA HEBO3MOKHBIM).

YuuThiBag MaHHBIE 10 3aPOKIEHUI0 ITUCIOKA-
Wi B HamboJiee TJIOTHOYIMAKOBAHHBIX ILIOCKOCTSIX
(111) u ux croabxenuro B cucreme (111) [110]
[29 — 33], MOXHO TPEATOIOKUTb, YTO HAa IIJIOCKO-
crsax (100) u (112), pacrmooKeHHbIX 0]l COOTBETCT-
BYIOIIIUMY yIJIaMHu K 1rockocTu (111) B kpucramne, ¢
TIOMOIIBI0 CEJIEKTUBHOTO TPABJIEHUS MOTYT BbIAB-
JATHCSI HE BCe JVCIOKAIMH, II0 KOTOPHIM OIeHHUBA-
€TCsl UX IJIOTHOCTb B KPUCTAJIAX.

SameTuM, 4TO MOHOKpHUCTALIBI InSb, BhIpaIeH-
gele B Hampabnenwu [100], oTamyaioTca HHU3KOH
MIPOYHOCTBIO. JTO CYIIIECTBEHHBIM 00pa30M CKa3bI-
BaeTCsi HA KAavyeCcTBe X MEeXaHWYeCKOH 06paboTku
(peskw, KAMMOPOBKYM U Jp.) ¥ BBIXOJE TOAHBIX ILIa-
ctud. llprumHa — TepMoympyrue HAIPIKEHUd,

BO3HHUKAIOIIUE B IIPOIECCE POCTA W IOCIEAYIOIIEro
oxnmaxmenusa kpucrasia [18, 23, 33]. Bmecre ¢ Tem
OCEBOM TpAAMEeHT TeMIeparypbl BOJIH3W (poHTA
KPUCTAJJIN3AIUA 3HAYUTENeH U cocraBiser 35—
40 rpaxg/cm (mar. 2482228 P®). ITocrrpucramiusa-
IIUOHHBINA OTKUT, TPOBOAUMBIN HEIIOCPEICTBEHHO B
POCTOBOI YCTAHOBKE II0 SKCIIEPHUMEHTAILHO I10100-
PaHHOMY PEXHMY, IPUBOAUT K IOBBIIICHUIO IIPOY-

KommdaecTBo AUCIOKAIIMOHHBIX IMOK TpaBieHusa N, Ha KOHT-
poubHbIX wractuHax (100), (111) u (112)

The number of etch dislocation pits on control plates Ny
(100), (111) and (112)

Hanpasnenue OpI/IEHTaI.II/Iﬂ Ny, o2
BbIpaIUBaHUA KOHTPOJIBHOU IIJIACTHHBI
[100] (100) — navamo ciuTka 38 =12
(100) — xouern ciuTKa 72 £ 15
[111] (111) — mavaso ciuTka 9=+1)-102
(111) — KoHerI CIUTKA (8+1)-102
[112] (112) — magamo cauTKa (4 +£0,9) -102
(112) — xowHery cauTKa (5+1)-102
[112] (111) — cepenuna ciutka (1 = 0,8) - 103
(111) — cepenuna ciuTKa 9=+1)-102
[112] (100) — cepenuna ciutra (1 = 0,2) - 102
(100) — cepenuna ciurra (1 = 0,3) - 102
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Puc. 5. Cxema popMupoBanus ancam6isa To4edHbIX TedeKToB (T — BpeMma quddysum; 1 —

pasmep Toueunoro pederra; T — Temmeparypa)

**—

grad(T)l=o05 1T

BA3BKOCTb CpPedbl; I — JIMHEHHBIN

Fig. 5. Scheme of forming an ensemble of point defects (t — diffusion time; n — viscosity of the medium; r — linear size of the

point defect; T'— temperature)

HOCTH KPHCTAJIa, YBEIWYEHHI0 BbIXOIA TI'OMHBIX
IUTIACTHH, OJHAKO OH He BIHAET HA KOJIHYECTBO [IHC-
JIOKAITMOHHBIX IMOK TpaBieHus [32].

Monoxpucramist InSb, Beipariiennsie B HamIpas-
merusax [111] u [112] (ocesbrie rpaguenTs — 20 — 25
u 25— 32 rpajg/cMm CcoOTBETCTBEHHO), obiamamT 00-
Jlee BBICOKOH IPOYHOCTHI0 W He TpeOyioT IoCT-
KPUCTAIN3AIMOHHBIX OTKUTOB. BO3MOKHO, OBBI-
IIIEHHAS CTOMKOCTh K XPYITKOMY PaspyIlIeHHI0 CBA3a-
Ha C TOYEUHBIMU JedeKrTaMu, (DOPMUPYIOIAMHUC 32
CUeT BBICOKOM TU(PQY3HOHHON CIIOCOOHOCTH BCIE]-
CTBHE HU3KHUX OCEBBIX TEMIIEPATYPHBIX TPAAEHTOB
(puc. 5) [34, 35].

OrMmeruM, 4TO JaHHAS MOMENIb XOPOIIO COIJa-
cyeTrcs € pes3yabTaraMd M0 CHATHIO TEPMUYECKHUX
Hanps:kenuit B InSb [100] 6e3 3ameTHBIX H3MEHe-
HHUH B CTPYKType MUCIOKAIIMOHHBIX AMOK TpPaBJIe-
HHUSA 3a CYET IOCTKPUCTAIIHU3AINOHHOTO OTIKHUTA.
Bcenenersue amuTenbHOU TeMIEpaTyPHOW BBIIEP:K-
KH MOTYT MMETb MEeCTO AHAJIOTWYHBbIE TU(PY3UOH-
HbIE IIPOIECChI, KAK U B Cllydyae PoCTa KPHUCTAILIOB C
HHUBKUM OCEBBIM T'PaJMEeHTOM Ha (PPOHTE KpHUCTa-
JIU3AIAHN.

IIpu pocTre MOHOKPHCTAIIOB B HAIPABICHUAX
[100], [111] u [112] dopmupyeTcsa pasaudHAA IO
MOP(OJIOTHH AHCIOKAIMOHHAA CTPYKTYpa, YTO BO
MHOTOM OOBSCHSET SMIMPUYECKH BBIABIEHHBIE 3a-
KOHOMEPHOCTH IT10 CKJIOHHOCTHU IUIACTHUH K XPYIIKOMY
paspyiiennio. Pasnuume MexIy MexaHWIeCKHMU
csoricrBamu miractu [100](100) u [112](100), Tpe-
Oyrolee IOIOJHUTEILHOIO HCCIEIOBAHUS, MOIKET
OBITh 00BSICHEHO HA OCHOBE IIPEIJIOKEHHON MOMIEIH
(cMm. puc. 5).

YupouHeHre MOHOKPHUCTAJIOB, PACTYIIHUX IIPH
HH3KOM OCEBOM TEMIIEPATYPHOM TPagreHTe, II0 BCek
BEPOATHOCTH, CBI3aHO C 0COOEHHOCTAMHU (POPMHUPO-
BaHHSA TOYEUHBIX [e(PeKTOB BIOJIb JIUHUU IHUCIOKA-
[IUM BCJEICTBHE WX ITOBBIIMIEHHOU MH(pQy3HOHHOM
crrocobHoCTH. BBIBOA 0 pasmuumu cerperaruii To-

YeUHBIX 1e(DeKTOB MOKHO CEJIATh JUIIL HA OCHOBE
KOPPEIAIHOHHOTO aHAIN3A C IPYTHMHU MATEPHAJIO-
BEIYECKUMHU METO[aMU HKCCIE0BAHUSI TUCIOKAIIH-
OHHOU CTPYKTYPHI (IIPOCBEUYUBAOIIEH DIEKTPOHHOM
MHKPOCKOIIHEH, PEHTTeHOBCKOM Tororpaduei, me-
TOZOM HAaBEIEHHBIX TOKOB).

BrisiBnernHbie 3aBUCUMOCTH TPOYHOCTH TIIIACTUH
OT TEIUIOBBIX YCJIOBHH IIpOIlECCa POCTA MOHOKPH-
CTAJIJIOB TIOKA3AJIH, YTO ONTUMATLHBIMU (PU3HUKO-Me-
XaHUIECKUMHU CBOMCTBaAMU 00/1aal0T MOHOKPHUCTAI-
aet InSb [112](100). 3a cuer mepHEHIUKYIAPHOTO
pacmono:xkeHusa ILIOCKocTei ckoma {110} (Bosmox-
HOCTHU CKPaOMPOBAHMUA) U OBBIIIIEHHOH TPOYHOCTH
TaKue ILUIACTHHBI MOKHO OTHECTH K BBICOKOTEXHOJIO-
ruaabiM. OHAKO 3aMeTHUM, YTO B CBI3HU C HEOOXOIH-
MOCTBIO pe3a IIof yriioM ~35,3° OTHOCHUTEIbHO Ha-
IpaBieHUuA pocTa (CM. puC. 2) CHUKAETCA MAaKCH-
MaJIbHBIA BBIXOJ ILIACTHH C OJHOTO CIAWUTKA. ITO
BJiedeT 3a COOOU 3aKOHOMEPHOE YBEIHYeHHEe CTOU-
MocTu mpubopa.

3axarogeHue

Takum 06pasoM, MOLEPHU3UPOBAHHLIM METOOM
YoxpalbCKOro IMOJy4eHbl MOHOKPHUCTAIIBI AHTUMO-
HHa HHIWSI C KPUCTALIOrpaduuecKoil OprueHTaLI -
e [100], [111], [112] u nuameTpoM BIHUCAHHOH OK-
py:xHOCTH >52 MM. ¥ CTaHOBIIEHO, YTO YHCJIO JAUCIIO-
KAIMOHHBIX IMOK TPABJIEHHSI HA IUIACTHHAX C pas-
JIMYHOU OpPHEHTAallel OTAnYaeTcs IIPUMepPHO Ha I10-
panok semuuusbl (102 eMm? — ga (111) u 102 em2
— nus (100)). Yucno cpuryp TpapieHus As II0CKO-
ctu (100) couzMepuMo ¢ UX KOJTUIECTBOM B KPUCTAJ-
nax, BbIpamienHubix B Hampasiaenuu [100]. IloBwI-
[IEHHAS IIPOYHOCTb MOHOKPHCTAJLIIOB, BBIpAIIlEH-
HBIX IIPU MEHBIIUX OCEBBIX IPAIUEeHTax Ha (PPOHTE
KPHUCTAIIN3AIINH, BEPOSTHO, CBI3aHa ¢ (DOPMHPOBA-
HHEM TOYEUYHBIX Me(DEeKTOB BIOJIb JUHUM JUCIOKA-
nwu. Kpome TOro, BBIABIEHO, YTO ONTHMAIbHBIMU
(pusuKo-MEXaHUYECKUMH CBOHCTBAMU  00JIaai0T
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wractuab! [112](100). Bmecre ¢ Tem B cBsA3u ¢ Qusu-
KO-XMUMUYIECKHMH OCOOEHHOCTAMHU TPABIEHUA MOHO-
KPUCTALTMYECKUX TIJIACTUH KOJIUIECTBO JTUCTOKAITH-
OHHBIX IMOK TPABJIEHUS He BCEra MOKET OTPaKaTh
BEJIMYMHY IUIOTHOCTH JAVCIOKAIUN B KPUCTAJLIE.
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ITpu onpenenenny HaOyXaHUs TOIUMEPHBIX MATEPHAIIOB B ArPECCUBHBIX CPEaxX CTAHJAPTHBIMA
MeTOZaM¥ BO3HUKAIOT 3HAYUTENIBHBIE IIOrPEITHOCTH u3Mepenuii. [loaroMmy Heobxomumo coBep-
IIIeHCTBOBAHUE J1a6opaTopme METOOOB U CPEeACTB JUATHOCTUKHU IJIA PEIIEeHHd UCCIeaoBaTe/lIb-
CKUX 33/1a4 3a CYET aBTOMATH3AINHU CYIIECTBYIOIINX IIPOIIECCOB MPOBEIECHUS UCIIBITAHUN C MU-
HHMHBaHHeﬁ WJIH IIOJTHBIM HCKJJIIOYEeHUHEM Cy6’LeKTI/IBHLIX COCTaABJIAIOIIIUX HOI‘peIHHOCTefI nu3Me-
perus. B pa6ore mpescraBiena aproMaTusupoBanHan cucreMa yrpasienus (ACY) mporeccom
HaOyXaHWs TepPMETHU3UPYIONIUX 3JIACTOMEPOB, HCIIOIB3YIOIIMXCI B KOHCTPYKIMAX E€MKOCTEH,
TAHKOB U arperaros JJI XpaHeHUsd, [IePeBO3KY, SKCILIyaTalliy U IepeKauKy KUIKOCTeH PasIIid-
HOTO TIPOUCXOKIEHNUS U cBoicTB. [lokasaHbl CriocoObI anmapaTHoi U aJIrOPUTMIIECKOH peary-
3anuy paspaboOTAHHON ABTOMATH3UPOBAHHOMN CHCTEMbI MCC/IEIOBAHUN M UCIBITAHUHA ITPOITATKH
¥ HAOyXaHWs repMEeTH3HUPYIOIINX [IOJMMEPOB Ha IIPUMepe HAITOIHEHUs CTAHJAPTHON pabodeit
JKUKOCTHI0 00pasiioB anacromepoB Mapku MBC. Ilomy4yennbie pe3yrbraTbl MOTYT OBITH HCIIONb-
30BaHbI JJIs1 COKPAIIIEHNS BPEMEHH MIPOIUTKH U HAOyXaHUsI TepMEeTU3HPYIOIINX IACTOMEPOB 3a
CYeT IPeJIKEeHHOT0 MEeTo/[a 3al0IHeHNs U paspaboranHoi uaTerpuposanuoi ACY nporeccom
3aII0JIHEHU .

KiroueBnle cjioBa: aBTOMATH3AIMS; AJITOPUTM YIIPABJIEHHUS; IIPOIIUTKA; HabyxXaHue; moIuMe-
PBbI; BIIACTOMEPBL.

A SYSTEM OF AUTOMATED CONTROL OF THERMAL VACUUM IMPREGNATION
AND SWELLING OF SEALING ELASTOMERS
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When determining the swelling of polymeric materials in aggressive environments by standard test meth-
ods, significant measurement errors occur which entails the necessity of improving laboratory methods
and diagnostic tools to solve research problems by automation of existing testing processes and
minimization or complete elimination of the subjective components of measurement errors. We present an
automated control system (ACS) for the process of swelling of sealing elastomers used in the construction
of containers, tanks and units for storage, transportation, operation and pumping of liquids of various ori-
gins and properties. Methods of hardware and algorithmic implementation of the developed automated
system for studying and testing impregnation and swelling of sealing polymers are shown on the example
of filling MBS elastomer samples with a standard working fluid. The results obtained can be used to re-
duce the time of impregnation and swelling of sealing elastomers due to the proposed filling method and
the developed integrated automatic control system for the filling process.

Keywords: automation; control algorithm; impregnation; swelling; polymers; elastomers.

Beenenne HAIOT 715 O0eCIevYeHHs TepMEeTHU3alWH TeX WIN
Koucrpyxnus u ucnonb3oBanue U3fenui U3 mo- HHBIX COENITHEHHH.

JIAMEPOB IIPENyCMAaTPUBAIOT HUX 3JKCILIyaTalluio B IIpu xoHTaKTe OIUMEPOB co cpegaMu (pacTBo-

KOHTAaKTe C arpecCUBHBIMHU CpelaMU pPa3IudHOU PUTEJIAMH) IPOUCXOIUT B3AaUMO/IEUCTBHE, TIPHBOJIA-

aruosoruu. Yare BCero rnomo0Hble U3esus IpuMe- mee kK ux Habyxauwuio [1 — 3]. Habyxauue mommmepa
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CBA3aHO C M3MEHEHHEM ero CTPYKTYPhI U yBeiude-
HHUEeM O6’I)EMa. HpI/I 9TOM IaBJIEHHE B IIOJIUMEpPe MO-
JKET BHAUUTEIHHO MEHATHCI (0T HECKOIBKUX JeCIT-
KOB JI0 COTEH MEeramacKkaieii), 4To MPUBOAUT K BbIXO-
Iy 3 CTPOA B IIPOIlecce HKCIIyaTalWH H3JEeTH U3
9THX MaTepuanon [4 — T7].

CymiecTByroIie MeTOAbI HCIBITAHUN ITOJUMe-
POB Ha CTOMKOCTH K BO3[IEMCTBUIO KUIKUX arpeccuB-
weix cpex (I'OCT 269-96, I'OCT 9.030-92, OCT
7338-90) u mpoBefeHHBIE HA WX OCHOBE HATYpPHbBIE
WCIIBITAHUSA TOKA3aJIM, YTO 3aTPAYNBAEMOE BpPeMsd
Ha TPOIHUTKY MaTepuaia COCTaBIAeT (I BIacTo-
mepa mapku MBC) 144 4. Beuio Takike oTMedeHo,
YTO TOYHOCTHBIE TIIOKA3ATEIH W3MEPEHHS MAacCChl
MPOMUTAHHBIX 00PA3II0OB BO MHOTOM 3aBHCAT OT YHC-
TOTHI TIPOBEIEHUA UCIILITAHUN (KauecTBa yIaJIeHUA
CBOOOMHOM JKUAKOCTH C IIOBEPXHOCTH OOpA3IOB).
Ot1MeTHM, 9TO B YCIOBUAX IPOU3BOJCTBEHHBIX MO -
pasaeneHuil dTO TPYMHO BBINOJHHMO ¥ 3aTPATHO.
B sToM ciydae TOUHOCTH MOJTYYEHHBIX JTAHHBIX 00ec-
TeYnBaeTcs OOJBIINM KOJUIECTBOM SKCIEPUMEH-
TOB, YTO HEU30EKHO MIPUBOAUT K YBEIUIEHUIO TPY-
JIOEMKOCTH.

Ilens paborsr — paspaboTka aBTOMATH3UPOBAH-
HOHM cucrembl ynpasiaeHus (ACY) mporieccom mpo-
MUTKA W HAOYyXaHWsa TEePMETHU3UPYIOIIUX BIIACTO-
MEpOB.

Mertonuxa

HccnenoBanusa KMHETUKY MTPOIIUTKY ITOJHMEPOB
MMOKA3bIBAIOT, YTO M3MEHEHHe 00beMa U MacChl I0-
JUMepHOro o0pasiia B pesyabTaTe IIOIVIOIIEHHUT
JKUKOCTEH XapaKTepU3yeTCs CTEIIeHbI0 HaOyXaHusd,
OmpesiesiieMON OTHOIIIEHHEM MacChl M o0beMa HC-
xXoaHOTO M Habyxiiero marepuaios [7]. B zaBucu-
MOCTH OT MaTepuaja MoauMepa U PACTBOPUTENI Ha-
OyxaHue MOMKET OBITh OTPAHWYEHHBIM WJIH HOCHUTH
HeorpaHWYeHHBIN xapakrep [8]. B kadectse ycio-
BUH IIPOBeeHUdA UCIBbITAHUY, KaK IIPaBUJIO, IIPUHU-
MalOT HOPMAaJbHBIE YCIOBHS.

®usuka mpouecca HabyxaHUS MHOTOCTATUMHA.
YmporrieHHO OHA MOKET OBITH IIPE/ICTaBIEHA 3aBEP-
MIAIOIHAM JTAIIOM IIPOIUTKH, HA KOTOPOM MOJIEKYJIbI
pacTBOPUTENA BCTPAUBAIOTCA MEKIAY MaKpPOMOJIEKY-
JIaMU ¥ YBEJIMYHUBAIOT MIPOCTPAHCTBO MEKIY OTHEb-
HBIMH CEIrMEHTAMHU W IIeISMH ITOJIMMEPHOTO0 Mare-
puaia [9].

[na onpenenenud AUHAMUKHU IPOIUTKY U HAOY-
XaHUA TOJUMEPHBIX MATEPUAIOB HCIIOIB3YIOT Pas-
JIWYHBbIE METOAbI, HAIpaBJIE€HHbIE HA IIOBBIIIEHUE
TOYHOCTH ¥ YMEHBIIIEHUE TPYI0EMKOCTH.

OpauH 13 OCHOBHBIX U HauboOJiee TOUHBIX — Tpa-
BUMETPUYECKUH METOZ, 3aKII0Yalroluiica B IIe-
PUOAMYECKOM B3BEIIWBAHUU ITOJIUMEPHBIX 00pas-
I110B, IIOMEIIEHHbBIX B cpexay pactBopuress. CremeHb

HabyxaHUd MOTHUMEpa B 9TOM CIydae OIperessioT,
HCIIOIB3YS CIEeLYIONYI0 POPMYILy:
m -m

Q :7“1":1 "= .100, D

HCX
7€ Myex, Mypon — MACChI 06pasna A0 U mocie Ipo-
[MUTKH U HaOyXaHus.

Meton yanuHeHHA HWUTEH IIPUMEHAIOT AJIA HC-
IbITAHUSA IIOJIMMEPOB, BBIIIOJTHEHHBIX B BHE pas-
JUYHBIX ToJ10c u HuTel. [IpeagBapurensHo u3Mepen-
HBIH 0o6paser IIOMEeIAalT B eMKOCTh C PACTBOPUTE-
JIeM M M3MEPAIOT €ro [JIHUHY IOC/e OKOHYATEIBHOTO
samonHenua u Habyxauusa. Crenenn HabyxaHusa pac-
CUUTBIBAIOT 110 POPMYJIe

l Hucx

Q _ lnpor{ -

m

-100, (2

Hucx

718 Lyexs Lupon — ATMHBI 06pasIia 10 U MoCIe MPOIKT-
KU U HaOyXaHu.

OrmeruM, YTO JAHHBIM METOZOM MOKHO H3Me-
PATH CTeleHb HAOyXaHUA U JPYTUX, T€OMETPHIECKH
bonee cnoxHBIX uamenuid. Ilpm sTOM B Cciaydae
HM30TPOIIHOCTH MaTepHaia IIoJIuMepa H3MepeHHs
MOKHO OTPAHHYUTH OFHHUM W3 IIapaMeTpPOB €ro reo-

METPHUH.
Hawubonee ymoOHBIN U IpHEMIEMBIH 110 COOTHO-
[IEHUI0 TPYA03aTPaThl — TOYHOCTH — OOBEMHBIH

METOJI KOHTPOJsS mporecca Habyxamws. Ilpu ero
KCIONB30BAHUM O0pasel] MmoJuMepa IIOMEIalT B
YCTPOMCTBO M M3MEPSIOT 00beM JKUIKOCTH 0 M IIO-
cjie ee TOIVIONIEHHUA. 3aTeM MMPOBOAAT pacyer 00b-
eMa IIOIJIOIIEHHOTO PACTBOPUTEIA:

Vp = VI/ICX - Voc'n (3)

e Vi, Voer — HUCXOOHBIA M OCTATOYHBIH 00BEMBI
pacTBOpUTEN.

Janee ompenendiorT creneHb HaOyxaHHA IIOJIH-
Mepa:

Q= ) (4)
m

T7ie p — IUJIOTHOCTDH PACTBOPUTENA.

O6cy:xaenue pe3yabTaTOB

Wsyuenrne u aHaims OCHOBHBIX CIOCOOOB KOH-
TPOJIsi HAOyXaHUA IOJUMEPHBIX MATEPHAIOB IOKa-
3a/IM, YTO KOHTPOJIHMPYeMble IapaMeTpsl Ipoliecca
3aII0THEHUST — W3MEHEHUs Macchl Am, JTHHEHHOTO
pasmepa Al 06pasIioB 0 U MMOC/e MIPOIUTKNA U 00be-
ma AV 3amonHeHHOW KHUIKOCTH (PacTBOPHUTENA).
IIpruem B KadecTBe mapaMeTpoB KOHTPOJA, COOT-
BETCTBYIOIUX KPUTEPUAM BBICOKOH TOYHOCTH B CO-
BOKYIIHOCTH C HHU3KHMH TPyAO3aTpaTaMy IIPOBEIe-
HUS KOHTPOJIBHBIX UCIBITAHUH, I[eJIecoobpasHee uc-
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Puc. 1. [Inacromep MELT-Index u ero crpykrypHas cxema ymnpaBlIeHUsT
Fig. 1. A Plastomer MELT-Index and a block diagram of the control
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Puc. 2. O6opynoBanre yCKOPEHHOI0O CTAPEHU | Jerpagaiuu moauMepHbix marepuanoB NoseLab ATS: a, 6 — momenu o6opy-
JOBaHMSA C TPAUUIECKUM MIPUHTEPOM M MHTETPUPOBAHHBIM 3JEKTPOHHBIM ycTpoiictBoMm LAB; 6 — muTepdeiicHoe yeTpoicTBo

LAB; 2z — crpykrypHas cxema yIpaBiIeHHUI

Fig. 2. Equipment for accelerated aging and degradation of polymeric materials NoseLab ATS: a, b — equipment models with
a recorder and an integrated electronic device LAB; ¢ — LAB interface; d — control block diagram

MOJIb30BATh M3MEHseMbIi pasmep Al obpasia mnpu
nponuTke u 00beM AV BOHUTHIBAEMOH IKHUTKOCTU
[10 - 12].

Ha pwuc. 1 npeacraBienbl COBpeMEHHBIH IIJIACTO-
mep MELT-Index u ero crpykrypHas cxema ymupas-
menus. Meronuka paboThl IIacTOMEpa MpPeIIoara-
eT, 4TO MaTepuas WCCIeLyeMOTo IOIMMepa depes
ompesieieHHbIe MPOMEKYTKA BPEeMEeHU B3BEITUBAET-
¢ Ha aHanmutudeckux Becax. Ilocne B3BemmBaHUA
BPYYHYIO OCYIIIECTBIISIOTCSA BBIUUCIEHHUS.

3amMeTvM, 4YTO POJb IITATHO YCTAHOBIEHHOM
ACY saxmouaercsi B MOJAEeP:KaHUH IIOCTOSTHHOM
Temmueparypbl 1 v 3aJaHHOM BIAKHOCTH P B OIIpee-
JIEHHOM Jalia3oHe.

W3 cxembl ynpaBiieHHA BHAHO, YTO YCTAHOBKA
MO/IIEPIKUBAET 3aMaHHbIe YCIoBuA (3Y) UCIbITAHUI
B OIIpEeeJIeHHBIX BIAKHOCTHO-TEMIIEPATYPHBIX IIpe-
nenax, 00ecreunBalOIUXCA YIPABIAIOIIAM yCTPOL-
creoMm (¥YY). 3a obwekr ynpasnenus (OY) mpunsT
TOJILKO JUHAMHYECKHUH IPOIleCC MPOBEIEHU UCIIbI-
TaHWH.

Amanus anroputMa paboThI U yIpaBIeHHs 000-
PyZOBaHUA YCKOPEHHOTO CTapeHWus U [Jerpajarun
monmuMepubix MatepuanoB NoseLab ATS (puc. 2)
MTOKA3bIBAET, YTO 000pyLOBaHHE ObecrednBaeT mo/-
nepsxkaHue Temieparypbl 7' B nuanasone ot —70 mo

180 °C u Baamxuoctu p ot 20 mo 98 %. Hacrpoiiky
IoKasaTenei OCYI[eCTBIAAIOT IIPH IOMOIIU DIIEK-
TPOHHBIX PEryaaTopoB (DY) c mepemadueit JaHHBIX
Ha mnepcoHanbHbI KomubioTep (ITK) c¢ mcmombso-
BauueMm uHTepdeiica LAB. Ycranosnenusiit rpadu-
veckuit npunrep (I'Tl) durcupyer KoHIEHTpAIIHIO
arpeccUBHOM cpeabl B paboyeii kamepe.

Ormerum, uro B o6opymoBanmu NoseLab ATS
MIPUMEHAIOTCS DJIeKTPOHHO-MEeXaHUIECKHe CHUCTEeMbI
KOHTPOJIA u yupasienud. Cucrema ynpaBiaeHUs pe-
HIaeT 3a7a4y aBTOMATH3AIlMH IIPOIfecca MOIepsKa-
HUS IapaMeTpPOB IPOBEIeHUS UCIBITAHMH.

IIpunnunuansaoe ornmune ACY NoseLab ATS
or cucrembl ynpasienus ycraHoBku MELT-Index
3aKao4yaeTci B TOM, YTO B HeU MpeaycMOTpeHa
YaCTHYHAS ABTOMATH3AIMSA KOHTPOJS COMEPIKAHUS
arpeccuBHOM cpenbl B pabouei kamepe. Taxum 06-
pasoM, 4aCTUYHO ABTOMATH3UPOBAH MIPOIIECC CHATHUS
9KCIIEPUMEHTANIBHBIX JAHHBIX C TIOMOIIBI0 YCTAHOB-
ku I'll, mogBunack Takke BO3MOKHOCTH BBIBO/IA HA
IIK c momorbio uaTepdeiicuoro xommiexca LAB
“H(POPMAITUH O TIOJIEPKUBAEMBIX MIOKA3aTEIAX.

IIpeumyiectBo 060pyIOBAHUA TIPOIUTKH II0-
JUMEpPHBIX MarepuasoB wmojenu AZ preink N2
(puc. 3) — (yHKIIMA TEpPMOBAKYYMHOH MIPOIUTKH,
IIO3BOJIAOIAT MHOTOKPATHO YCKOPUTH IIPOIIECC 3a-
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Puc. 3. O6opynoBanue repmoBarkyymuoe AZ preink N2 u ero cTpykTypHas cxema

Fig. 3. Thermal vacuum equipment AZ preink N2 and its block diagram

noHeHuss U Habyxanud monumepos [13 — 15]. Ilpu
9TOM TIPUHIIWI YIIPABJIEHUA 000PYyI0BaAHUA JACTHY-
Ho cx0:% ¢ NoseLab ATS, mo umeer 6osiee yupoieH-
HYIO CTPYKTYpY.

O6opynoanue AZ preink N2 obecieunBaer Ha-
NeKHOE TIOIIeP:KaHue 3alaHHbIX TEMIePATYPHBIX U
GapoMeTprYecKHuX IMOKasareneil B paboueil Kamepe.
Onuako OBLIO BBISBIEHO, YTO OCHAII[CEHHE HE [AeT
BO3MOJKHOCTH KOHTPOJIHPOBATH CTEIEHb 3aIl0JIHe-
HUS 00pasIloB HU II0 Macce, HU M0 00heMYy BITUTHI-
BaeMo# JKHUIKOCTH (pacTBOPHUTENS), a M3MEPeHUsd,
MPOBOAUMBIE II0 CTAHAAPTHHIM METOJUKAM C IIPH-
BJIEYEHHEM JOTIOHUTEIBHOTO 000Dy I0BAHNS, MAJIO-
MIPOU3BOAUTEIbHBI. KpoMe TOro, HE0OXOAMMO Y4UH-
TBIBATh CYOBEKTHUBHBIE MTOTPEIIHOCTH IMPOIeCcca W3-
MepeHus, BCera IPUCYTCTBYIOLINE IPU JaHHbBIX Me-
TOAaxX KOHTPOJIA.

HomonauTenpHbIH 00K KOHTPOJAA W yIpaBie-
uug Ha 6ase MK Atmega 328, nHTerpupoBaHHbIi B
obopymoBanue AZ preink N2, maer BO3MOKHOCTh B
pexuMe pPearbHOr0 BPEMEHM PACCYUTHIBATH BEJIU-
ynHy HAOyXaHus 3a CYeT M06ABJIEHUS B CUCTEMY
YIPaABIEHUS JATYUKOB OMPEIETIeHHUs KOHTPOIUPYe-
MBIX IapaMeTpoB (00beMa 3aIOIHAEMOU SKUIKOCTH
(pacrsopurens) (V,, V,.) ¥ MEHAIOMUXCA TEOMETPH-
9eCKUX PasMepoB (Acy, Mpon) HCCIETyeMOro MmaTe-
puaia) [16 — 18].

AnmapaTHoe pellleHHe KOHTPOJIS IapamMeTpoB
ObLIO HAUEHO 3a CYET YCTAHOBKM TPEXOCEBOTO /aT-
yuKa 1osoxkenus (rupockoma) mogenu GY-521MPU-
6050. IToBbICHUTH TOYHOCTH U3MEPEHUSA YPOBHA KHUJI-
KOCTH M BBICOTHI HabyxaHus 00pasiia I03BOJIHI Pas-
paboTaHHBIN ¥ anpPOOHPOBAHHBIN TATINK, OCHOBAH-
HBIN Ha d¢pderre maraurTomepa Xomra [19]. Orme-
THM, YTO COBMEIIEHHBbIE BO3MOKHOCTH JIATIHKA II0-
JIOKEHWS W MATHUTOMEpa MPUCYTCTBYIOT B IaT-
ypgax momenu MPU9250, Ho umx IOKasaTeau IIo
ITOMEXOYCTOMUYMBOCTH ¥ CTOMMOCTH 3HAUYMTEIHHO
yerynator 6iomkerHoin mogenu GY-521MPU-6050.

Ha puc. 4 npuBenena cxema aBTOMATU3UPOBAH-
HOHM SKCIIEpUMEHTATLHOM ycTaHOBKU. HoHTpomb u
nepenada mauubix ot Y2 uHa [IK 6sutH opranusosa-

vl 1o COM-mopty mporokosnom mnepemauu ASCII
(ckopoerb — 9600 6ut/c). O6paboTka, XpaHeHHe
BU3YA/IN3AINI JaHHBIX OCYIIECTBISINCH B PEKUME
peanbroro Bpemenu c¢ nomoiiso [10 PowerGraph.

PaspaboranHbiii aXrOpuUTM CHCTEMBI yIIpaBJIe-
HHS IIPOIIECCOM IIPOHUTKYA M HAOYyXaHWs ITOJIHMEp-
HBIX MATEPHAJIOB B arpeCCUBHOM Cpeje IIOCTPOEH 10
0JIOYHOU CXeMe U COCTOHUT W3 [ABYX YIPABJIAIOIIUX
3JIEKTPOHHO-BBIYUCIUTENHHBIX yeTpoicTB [20]: mep-
BBI OJIOK — IIITATHO YCTAHOBJIEHHBIE IIPHUCIIOCO0IIe-
HWS, YCIOBHO pasjelieHHble Ha YCTPOHUCTBA IIOIIep-
JKAHUA TeMIIepaTyphl, YCTAHOBIEHHOTO IABJIEHUI U
KOHTPOJISI BpeMeHH paboThbl 000pyI0BaHMs; BO BTO-
poit OJIOK ObLIM MHTETrPHUPOBAHBLI YCTPOMCTBA KOH-
TPOJIsi pasMepoB (BBICOTHI) 06pasiia U YPOBHS KUI-
KOCTH.

BorunciaurenbHble MOIIHOCTH YCTAHOBIEHHOTO
MIPOTPaMMHUPYEMOr0o KOHTposuiepa (DY 2) mo3BoIAI0T
MPOBOIUTH HEOOXOAMMbBIE PACYETHI U BHIBOIUTH HA
IIK nmanubie mo nuHaAMUKE 3aMOJHEHUS II0JIUMEPHO-
ro obpasma. YYuThIBasg, YTO M3rOTaBIHBaeMble 00-
pasIbl B OMpeeeHHbIX IpeaeIax UMEeT HEeKOTO-
pble OTJINYMS KaK IO BBICOTE, TAK U IO 00bemy [21 —
23], B ACY 6bu1a mpemycMoTpeHa BO3MOKHOCTD Ha-
YaJIbHON HACTPOMKM (KaJIuOpOBKU) CHCTEMbBI KOH-
TPOJIsI TI0 BBICOTE YCTAHOBJIEHHOTO 00pasiia U ypoB-
HIO 3aJTUTOU KUIKOCTH.

Tarkum obpasom, paspaboranuas ACY u ajro-
puUT™ ee PYHKIMOHUPOBAHUS 3HAYHUTEIHHO PACIIU-
pUI BO3MOKHOCTH obopyzmoBanusa AZ preink N2.
Bueperie mosiBHUIACh BO3MOKHOCTH B PEKHME pe-
aJbHOTO BPEMEHU OCYLIEeCTBIATH IPAMON KOHTPOJIb
3arl0THEHUsT W HaAOyXaHws 06pasIoB KUAKOCTHIO
(pacTBOpHTEIEM), 8 aTANITHBHAS CHCTEMA KaJIuOpOB-
KM yIIPOCTHJIA HATAAKY U IOACTPOHKY CHCTEMbI KOH-
TPOJIS TOA 00pasibl pa3IHYHbIX pasMepoB. Bee sTo
YIPOIAeT IMPOIecC TEXHOIOTHUECKOH MOATOTOBKH,
CHHXaeT Tpyno3aTrpaTbl U BpeMsd Ha IIPOU3BOACTBO
00pasIioB U MPOBEEHNEe KOHTPOJbHBIX UCITBITAHUM.
IIpavbie u3MepeHUd 3aMOTHAEMOCTH W HAOYXaHUA
MIOJIMMEPHBIX MATEPHaIOB, WX aBTOMATHU3AIUA B
YacTH MpoIfeccoB cbopa, o0paboTku, mepemxadyu, BH-
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Puc. 4. Cxema aBroMaTH3MpOBaHHON SKCIEPUMEHTAIBHON YCTAHOBKY: | — BaKyyMHas KaMmepa; 2 — MaHOMeTp; 3 — Harpesa-
TeJILHBIN 9JIeMeHT; 4 — JaTJduK TeMIIepaTypbl; 5§ — paboune KuaAKoCcTH; 6 — obpaselr; 7 — MukpokouTpourep; 8 — ITK; 9 — Ba-
KYYMHBIH KoM1ipeccop; 10 — aTdyuKu ypOBHSA JKUIKOCTH U BBICOTHI 00pasiia (rupockombl); 11 — HarpeBaTelbHbIN 3JIEMEHT KaMe-
pBI cymiky; 12 — ycTaHOBOYHBIE IUTUTHL; 13 — maTYmKy TeMIiepaTypsl; 14 — mpeccoBas miuTa

Fig. 4. Scheme of the experimental setup: I — vacuum chamber; 2 — pressure gauge; 3 — heating element; 4 — temperature
sensor; 5 — working fluids; 6 — sample; 7 — microcontroller; 8 — personal computer; 9 — vacuum compressor; 10 — tilt angle
sensors (gyros); 11 — heating element of the drying chamber; 12 — mounting plates; 13 — temperature sensors; 14 — press

plate

3yalM3alvyd W XpPAHEHWUS TAKKEe YMEHBIIAKT TPY-
IOEMKOCTh ¥ WCKJIYAT IIOTPEIIHOCTH, CBA3aH-
HbIE C YeJIOBEUYeCKUM (PaKTOPOM IIPHU BHINOJIHEHUU
oIepaIui.

JxcnepumeHTanbHy0 amnpobamuio ACY mpo-
BoaMIM Ha obpasmax u3 siaacromepa mapku MBC.
Usnenus u3 Hero Hamboiee 4acTO IPHUMEHSIIOT B
MAIIHHOCTPOEHUY B KAYECTBE TE€PMETU3UPYIOIUX
VIUIOTHEHHUH NPHU IEPEBO3Ke, IEepPeKauKe W XpaHe-
HUH arpeCcCUBHBIX MATEPHUAIIOB.

IIpumensevble B TEeXHUKE TPAHCIOPTHOTO Ma-
[IMHOCTPOEHUsI paboyre cpeabl He UMEIOT TTOCTOTH-
HOTO XUMHYECKOT0 COCTaBa, II03TOMY B KauecTBe pa-
6ouell cpenbl BHIOPAIN CTAHIAPTHYIO Pab0UIyIO K-
roctb (CPIK) [4, 11, 24].

3anoJgHeHue OCYIIECTBIIAIN MIPU TeMIlepaTypax
20 — 50 °C, cOOTBETCTBYIOUINX YACTO BCTPEUAIOIIHAM-
Ccsl YCIOBHSIM OKCIUIyaTAIlWH. & CTAHOBHIM, UTO
CKOJIbKO-HUOYAb 3HAYUTENHHOTO BIWIHUA HA IIPO-
NHUTKYy TIOJMMEPOB TeMIEPATypPHbIe BO3AEHCTBUA
(B maHHOM [amamasoHe) He OKasbIBalT. llosTomy
B JAJbHEHUINX SKCIEePHMEHTAX 3a TeMIlepaTypy Ha-
TIOTHEHUSI TPUHUMATIHA HOPMAJIbHYI0 TEeMIIEPaTypy
t =20 °C.

Hsmenenne atMocepHOro AaBiIeHUS B pPeajb-
HBIX YCJIOBUSX DKCIULyaTaIliy TaKKe He BIUAET Ha
MPOIHUTKY BJIACTOMEPHBIX MATEPHAJIOB, II03TOMY
YCJIOBHEM MPOBEEHUA KCIEPHMEHTOB OBLIO HOp-
MaJIbHOE JIaBJIEHUE.

O6pasiibl mepes UCIBITAHUAMY OCMATPUBAIN HA
MpeaMeT CIUIOIIHOCTH W HAIWYUS HAPYKHBIX II10-
BpeskaeHuil. ToYHOCTS U3MepeHus pasMepoB 06pas-
oB cocrasiaia 0,01 mm.

AxkTIMaTH3aIHI0 00PA3I[0B IPOBOAKIIN 38 CUET
MIPeBAPUTEIHLHOTO WX pasMelleHus B KaMepe CyIIl-

K{ IPH OJHOCTOPOHHEM HAYAIBHOM Harpese IIpec-
coBoii wauToi 14 (cMm. puc. 4). JlanpHetimui Harpes
OCYyILIECTBJIAJNICA CBEIEHHbIMU, KOHTAKTUPYIOIIUMHA C
obpasuom 6 ycramoBouHbiMu muTamu 12. Harpes
IUIUT NPOBOAWIICA HarpesateneM 11, KOHTPOIb OCY-
IIECTBIAJICA TepMojaTdnkamMu (tepmomnapamu) 4,
IIPUCOEVMHEHHBIMHU K YCTAHOBOYHBIM ILJIUTaM. Ha—
rpeBarenb 4 UCIONB30BAJICT TAKKe IS MMOAMEP:Ka-
HEA paboyeli TeMIepaTypsl Kamepsr 1.

Ilocne oxoHuaHusa aKKIUMATH3ANMUK 00PA3IIHI
IoOMeIaii B SYEeWKH C paboueidl IKUIKOCTHIO 5.
Ilanee BrmrOYaICs BAaKyyMHBIH KoMmipeccop 9, naB-
JIEHHE KOHTPOJIHUPOBAIOCH NATIMKOM [IaBIeHUA 2.
[amHble mepemaBaiuch B MUKPOKOHTPOJLIEP 7, KO-
TOPBIA (POPMHUPOBAJ YIIPABJAIONIAE KOMAHIBI IJIs
aBTOMATHU3WPOBAHHOTO YIPABIEHUS IPOIIECCOM U
ornpasisan ganabie Ha [IK 8. ¥Ycranosnenmoe 110
PowerGraph mossossiio o6pabarsiBaTs, BU3yaIU3H-
poBaTh, KOHBEPTHUPOBATD U XPAHUTH HH(POPMAITHIO O
mapameTpax paboThl 060pPYJOBAHWS U IIPOI(ECCEe
IIPOIINTKHU U Ha6yxaHI/IH IIOJIMMEPHBIX MaTepuaJjioB.

IlokasareseM HAMOTHEHUSA CILY:KHIA JUHAMHUKA
n3MeHeHud Mmaccbl o6pasioB. CpenneapudmMermae-
CKOe CyMMAapHO# Macchl 06pasiioB M paccanThIBAIM
clenyommuM 06pasoMm.

Pacuer nauansHo# Maccs! obpasna M, HaYaTh-
HOTO o0BeMa KUAKOCTH V|, B paboueii Kamepe u ee
Macchl M, TpOBOIUIHN TI0 (pOPMyJIam:

M, = abhp, 5)
VO = alblhl, (6)
M}K = VOPb (7)

rme a, b, h, p — nauHa, MIUPUHA, BHICOTA, INIOTHOCTD
Marepuasia obpasua; aq, b;, hy — niauHa, MHUpPHUHA,
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Puc. 5. 3aBucumocTu u3MeHEHHUs MAcChl 00PA3I0B KAIPO-
moua ITA-6 (1), dpropomnacra ®T-4 (2) u apmamuna 11A-66
(3) or Bpemenu Boimepxku B CPK B TepmoBakyymHO#M
Kamepe

Fig. 5. Dependences of changes in the mass of caprolon
PA-6 (1), fluoroplast F'T-4 (2) and armamide PA-66 (3) sam-
ples on the exposure time in SRF in the thermal vacuum
chamber

BBICOTA 3ATOJIHEHUA JKUIKOCTHI0O pabouell KamMephl;
p; — mroraocte CPIK, ompenensemas 3aBucumo-
CTHI0O IIPOIIEHTHBIX COOTHOIIEHHUH IIJIOTHOCTEH CO-
CTaBJIAIOIINX ee KOMIIOHEHTOB.

[Ipunumas Bo BHUMAaHHE U30TPOIHUIO 3JIACTOME-
pa (ero aHU30TPOIIUA MIPOSIBIISETCI TOJBKO MPHU MO-
JIEKYJIAPHOH ITOBHUIKHOCTH DJIACTOMEPOB B IIpOIiecce
KPUCTAJLTU3AINH, KOTOPAsA MPOUCXOIUT IIPU PaCTH-
skerun Oostee yem Ha 200 %), MOKHO YTBEPIKAATh,
gyro Ah = Aa = Ab. Tlosromy pmanbHelne uaMepe-
HHUSA KOHTPOJIUPYIOIIUX MIapaMeTpPOB MOKHO IIPOBO-
IIUTH 110 BbICOTE 00pasiia u ypoBHio (06bemy) CPIK.

[Ipuaumanu, 4TO U3MEepeHHbIe Ha dTare KaIuob-
POBKH BBICOTHI 0Opasiia (h) u oobema kuakoctu (V)
Ah = Aa = Ab = 0. Hcmonb3oBaiu clenymolue me-
pemennsie: hy = h, Vo= V.

Ilonyuenuble maHHbIE U3MEHEHHUS BBICOTHI 00-
pasiia ¥ ypoBHA KHUAKOCTH, 8 COOTBETCTBEHHO, U €€
obbeMa B Ipoliecce 3aroIHEHUS TTO3BOISIOT PACCYH-
TaTh MAcCCy 3al0JHEHHOTO 00pasia. YYUThIBasd, 4TO
AV=V,-V,, a V;=(a+ Ah)(b + Ah)(h + Ah),
Macca 3aroJHEeHHOTO 00pasiia MOKeT OBITH BBIUUC-
JIeHa KaK

N
AM = AVp, unu M =) AM;, (8
i1

rme AM; — sunauvenue macchl; N — KOIUYIECTBO U3-
MepeHUH.

JKcliepuMeHTaTbHbIE JaHHBbIE CBUAETENILCTBY-
10T 00 YZOBJIETBOPUTEIHHON JUHAMUKE H3MEHEHUS
Macchl nonauMepHoro martepuana mapku MBC mpu
Boigep:kke ero B CPJK TrepmoBakyyMHO# ycTaHOBEH.
IIpumenenue paspaboramnoii ACY mporreccom 3a-
MIOJTHEHUS A ONpeJeleHua HaOyXaHUA dIacToMe-

pa II03BOJIMJIO COKPATUTH BPeMA KOHTPOJbHBIX HC-
neITaHu# co 144 u no 26 muH.

Ha puc. 5 npeacrasienbl JaHHbIE 3aII0JIHEHUT
PasIUYHBIX IOJMMEPHBIX MaTepHUasioB, HCIOIb3Y-
€MbIX B MAIIIMHOCTPOEHUU B KadeCTBe KOHCTPYK-
ITUOHHBIX.

Bugwo, uTo Mo CpaBHEHWIO C TPOMUTKON diac-
tomepa mapku MBC (26 munH) Habmomaercs yse-
JVYeHWe BPEMEHH 3allojHeHHs 00pasioB (Kampo-
soH — 6osee 120 muH, apmamug — okoso 100, dro-
pomnact — oxoso 120 mun). Ilockonbky mauTesns-
HOCTH 3allOJIHEHHUA TOJIMMEPOB CTAHIAPTHBIMU Me-
TOMAMHM MOKET WCUYHCIAATHCI COTHAMH YacCOB,
MMEPCHEKTUBHOCTh HCIOJIb30BAHUA pPa3paboTaHHOH
ACY mportecca TepMOBAKYyMHOTO 3aIIOIHEHUS IJIs
KOHTPOJIA HAGYyXaHUsI MATEPUAaIOB OYEBH/IHA.

OrMeruMm, 4YTO KampoyioH (cM. puc. 5) 1mocie
30 mun wmuTeHcuBHOro 3anonuenus CPK e mpe-
Kparuia BuuTbiBanue u mocie 120 mun. HMecaemosa-
HHe IIpoliecca HEOTPAHUYEHHOTO HATIOJHEHUA IT0JIH-
MEepOB OTKPbIBAET BO3MOKHOCTH CO3[JAHUS HAIIOJ-
HEHHBIX, CAMOCMA3bIBAIOIINXCA KOHCTPYKITHH U3 I10-
JIUMEPOB HWJIH OUpefieNieHus IeCTPYKTUBHBIX HU3Me-
HEeHUU B HUX.

3axjaroueHue

Takum 06pa3oM, Ha OCHOBE IIPOBEIE€HHBIX UCIThI-
TaHWH, IOMUMO OTIPeeIeHud KOHTPOIUPYEMbIX Ta-
pameTpoB, paspaboran ajgropurm paborsr ACY mpo-
IIECCOM TEPMOBAKYYMHOM TPOIUTKH W HAOyXaHUS
TIOTUMEPHBIX MaTEPUAIOB. BliepBble B CcHCTEME
VIOpaBIEeHUsI Peann30BaHa AaBTOMATH3UPOBAHHAS
yHKIIUA HAYATBHON KaIHOPOBKH 000pPYIOBAHWII,
Jaoas BO3MOMKHOCTb HCCAEIOBAHUN pPas3indaro-
[UXCA [0 pasMepaM 00pasiioB IMOJTUMEPHBIX MaTe-
puanos. Kpome Toro, anpobarua ACY u meToauxu
ee MHTETPUPOBAHHUSI B CyIIECTBYIOIee 000pyIoBa-
uue (AZ preink N2) skcriepuMeHTaTBHO TOTBEPIH-
Jla COKpallleHHue BpPEeMEeHH IIPOIUTKH co 144 49 mo
27 MUH TIpU 1a00PATOPHBIX HCCIEOBAHUIAX 3aII0JI-
HeHHs Hanbojiee UCIIOIb3yeMOTO MaTepuana yIioT-
meunii mapku MBC. Hcrmomssyst paspaboTasHyro
ACY, M0:KHO OCyIIeCTBISITH KOHTPOJIb Pecypca dKc-
IUIyaTalVH U3eIUH U3 MOJUMEPHBIX MATEPHAIIOB B
3aBUCHMOCTH OT CTEIIEHHU UX HAIIOIHEHWUS.
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Mopyib HOPMAIBHOM YIIPYTOCTH CUUTAETCS JOCTATOYHO YCTONIUBOM (PHBUKO-MEXAaHUIECKON Xa-
PAKTEPUCTUKOM MaTepHAIOB, MAJO 3aBUCAIIEH OT UX cocraBa u cTpyKTypbl. Cpexu daxTopos,
BIUSIONINX HA MO/Y/Ih HOPMAJILHOUN YIPYTOCTH, BBIIEISAIOT TeMIIeparypy u anusorponui. Cee-
JIEHUs O BIIUSHUH MacIITabHoro hakropa Ha MOJY/Ib HOPMAJIBHOHN YIIPYTOCTH BECbMa OTpaHmde-
HBI, & HHOT/IA ¥ IPOTHBOPedrBhL. 1lensb faHHoi paboThl — HCCIe[0BaHNe BIUSHAT MAaCIITa0HO-
ro (paKTopa HA MOJY/Ib YIIPYTOCTH CTAIH 45, ONpe/eieMblil PACTIIKEHIEM TeOMEeTPUIECKH 110~
JOOHBIX 00PA3IIOB C PA3HBIM MCXONHBIM aAriamerpoM. Mcnbiranus 06pasiioB MpOBOAWIN HA YHU-
BepcanpHoM MamuHe Instron 8801 co ckopoctsio gedopmupoBanusa 0,1 MM/MUH IIpU KOMHATHOH
Temreparype. Yyupyrue aedopMaIiu Ipy PacTSKeHUH U3MEPSUIN AByMfA CIOCO0aMu — C II0-
MOII[BI0 HABECHOTO HKCTEH30METPA M METO0M KOPPEIAuu udpoBbix n3odpaskenuii. O6a mero-
Jla TIOKA3AJIN JOCTATOYHO OJIM3KHe Pe3y/IbTaThI IIPY HCIIBITAHUY 00PA3II0B OUHAKOBOIO JUAMET-
pa. OxgHAKO MeTo] KOppesaiuu U POBBIX M300PAKEHUI TO3BONMI BBIIOIHATH U3MEPEHUS
yupyrux gedopMalii Ha 06pasiax Majaoro uaMmerpa, Ha KOTOPBIX HeJIb3s ObLIO 3aKPEIUTh K-
CTEH30MeTp. ¥ CTAaHOBJIEHO CHILKEHHE MOJIYJIS YIIPYTOCTH C YBEIMIEHHEM UCXOIHOTO JUAMEeTPa
obpasra. [lomyuensr rpadudeckre 3aBUCHMOCTH MOAYJIS YIPYTOCTH OT JHaMerpa obpasia u
momagyu ero IIOIIePeYHOro CeYeHHU:d. I/ISJIO}KeHbI BO3MOKXHBIE IIPHUYUHBI CHUNKEHHUA MOIYJIS
YIPYTOCTH II0f BIUAHKIEM MacurtabHoro daxropa. Cpean 9TUX IPUUUH OCHOBHBIMU MOKHO CIH-
TaTh YMEHbIIEHNEe YAEThHOM MOBEPXHOCTH U YIEIbHOH IOBEPXHOCTHON SHEPIHH, YBEINIeHHe
IedopMupyeMoro o6beMa, CHIKEHHE CKOPOCTH edhOpMAIUy IPH IIOCTOAHHOH CKOPOCTH Aedop-
MUPOBaHWSA. ¥ MEHBIIIEHHE MOJIYJIS YIIPYTOCTH I10]] BO3IEHUCTBHEM MacInTabHOro haxropa Heob-
XOIUMO YYWTHIBATH B pacdeTax Ha IPOYHOCTH U IPHU OIEHKe OCTATOYHOrO pecypca AeTaned U
KOHCTPYKIIMU C OTHOCHUTEIHHO OOJIBIIMMU CEYeHUAMHU U TOJNIIHHAMU CTEHOK.

KiroueBsie croBa: MOIy/Ib HOPMAIBHON YIPYTOCTH, PACTSKEHHE O0pA3I0B; SKCTEH30METD;
METOJI KOPPEJISIUY ITU(PPOBBIX H300PaKEeHMUI; MACIITAOHBINA 2(D(hEeKT.

THE SCALE FACTOR EFFECT ON YOUNG’S MODULUS OF STEEL SPECIMENS
DETERMINED BY TENSILE TESTS

© Vyacheslav M. Matyunin,* Artem Yu. Marchenkov, Maria V. Goryachkina,
Anton Yu. Poroykov, Daria A. Zhgut, Myrzamamat A. Karimbekov,
Anastasia A. Pankina

National research university “Moscow Power Engineering Institute”, 14, Krasnokazarmennaya ul., Moscow, 111250, Russia;
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The modulus elasticity (or Young’s modulus) is considered to be a rather stable physical and mechanical
characteristic of metallic materials being a weak function of the chemical composition and structure.
However, the temperature and anisotropy can be referred as the main factors affecting the Young modu-
lus. Scanty data on the scale factor effect on Young’s modulus are sometime even contradictory. We pres-
ent the results of studying the impact of the scale factor on Young’s modulus of steel 45 determined by the
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tension of cylindrical tensile specimens with different initial diameters on an Instron 8801 machine with a
movable traverse speed of 0.1 mm/min at room temperature. An extensometer and a digital image correla-
tion (DIC) method were used to measure elastic deformations. Both methods showed fairly close results
during tensile testing of specimens with equal diameters. DIC method made it possible to measure elastic
deformations on small-size specimens on which it was impossible to fix the extensometer. A decrease in
the Young modulus with an increase in the specimen diameter has been revealed. Graphical dependences
of the Young modulus on the specimen diameter and cross-sectional area have been obtained. Possible
reasons for the decrease in the Young modulus under the influence of the scale factor have been indicated.
A decrease in the specific surface area and specific surface energy, an increase in the deformable volume,
and a decrease in the strain rate at a constant movable traverse speed are among the main reasons. The
decrease in Young’s modulus under the influence of the scale factor must be taken into account in
strength calculations and in assessing the residual life of large-scale parts and structures with relatively

large cross sections and wall thicknesses.

Keywords: Young’s modulus; tensile tests; extensometer; digital image correlation; scale factor.

BBenenmne

Mopynr wmopmambpHOM  ympyroctu  (MOIYJb
Ownra) E,, — dynnamenranbpHoe QUBHKO-MeXaHUIe-
CKOe CBOMCTBO MeTajla, XapaKTepU3YIOIee KeCT-
KOCTb €r0 KPHUCTAIIUIECKON pEeLIeTKH, KoTopasd 3a-
BHCHT OT MEKATOMHOTO IPHUTKEHHI. UeM BbIlIe
MOAYJb HOPMAIbHOH YIPYTOCTH, TE€M MEHBIIIYIO
yIpyTyio nedOpMAIUio € BHI3BIBAET OJHO U TO Ke
IeUCTByIOIIlee HANIPAKEHNE O, YTO CIELyeT U3 3aKO-
Ha ['yka

o=E,e. (1)

Moayas HOpMANBHOH YHPYrocT — MapaMmerp,
IIAPOKO TPUMEHSIEeMbIH B MeXaHHKe MAaTePHAIOB U
KOHCTPYKITHH, (DU3HKE, MaTepHUaIOBeleHUH, KpPH-
crayurorpauy U APyrux AuciuIuInHax. Hanpumep,
E,, mctonb3yoT A pacueToB HA MPOYHOCTH JETa-
Jefl U KOHCTPYKIHH, OIIEHKH pecypca MeTaIaa U u3-
JIeJINI II0/] BO3IEHCTBHUEM JKCILIyATAI[MOHHBIX (DaK-
TOPOB, YCTAHOBJEHUSA CBA3EH MEKIAY Pa3IHIHBIMU
MEXaHWYECKUMU XapaKTePUCTUKAMH W APYTHUX Iie-
JIeH.

IIpuusaTo cuurarh, 4YTO MOAYIH HOPMAIHHOH yII-
PyrocTH SBJSIETCS YCTOMYMBON (DU3HUKO-MeXaHude-
CKOM XapaKTEepPUCTUKON MeTaJlJIOB U CILIABOB, MaJo
3aBHCAINEH, HAIPUMeEpP, OT XHUMHYECKOTO COCTaBa,
PEKUMOB TEPMHUIECKOH 00paboTKM, CKOPOCTH HATPY-
skerusi. Cpegu (haxTopoB, CIIOCOOHBIX MOBAHUITH HA
MOJYJb HOPMAJIbHOM YIPYTOCTH, BBIAEIAIT B OC-
HOBHOM Temrieparypy [1, 2], armusorponuo [3, 4],
CTPYKTYPHYIO MoBpexaaeMoctb. OmHAKO BIHAHTE
MacirabHoro axkropa, 06ycIoOBIeHHOe pasMepamMu
00pasiioB, u3y4eHo Maso. B TexHuuecKoi aurepary-
pe BCTpedaroTcsd MoA00HbIE CBEIEHHs, HO OHHM OTpa-
HUYEeHHBbI ¥ HEOJHO3HA4YHbI. B KauecTBe MaciiTalb-
HBIX ITAPaMETPOB WHOTJA HCIIOJB3YIOT AuameTp 00-
pasiia uiu ero yaelbHY0 IIOBEPXHOCTD. Tak, Hampu-
Mep, B [5] BBIABIEHO 3HAYUTEIbHOE yBenudeHue E
IpH yMEHBIIEHHU AuaMeTpoB o0pasioB ot 70 mo
30 MM IJIT KOMIIO3HTHBIX MATEPHAJIOB. SaMEeTHM,
YTO y TOJ0OHBIX 00pA3IOB C YMEHBIIEHWEeM Iua-
METPOB YBEIUIHUBAETCH €r0 YAeNIbHAS MOBEPXHOCTS.
Opmako coriacHO pesyJibTraTaM SKCIIEPHUMEHTOB,

NPUBEIEHHBIM B [6], ¢ yBelIMYeHHeM yAelbHOU II0-
BepxHOCTH 00pasiia ABHBIX W3MeHeHu# K, He Ha-
osromaercs. Asropst [ 7] mpu nccnegosaunu E,, peso-
HAHCHBIM METOJOM BBIIBHUJIN €r0 CHUJIBbHOE IIOBBIIIIE-
HHe TIPH [Iepexofie OT MUKPO- K HAHOAWAIIA30HY.

B cBA3u c BBIIMIEN3IOKEHHBIM I1€7Ib JaHHOU pa-
60TbI — WCCIeOBAHNE BJIUSHHUS PasMepoB o6pas-
II0B Ha MOJIyJIb HOPMaJIBbHOH yIPYTOCTU IIPU €ro OII-
peneeHun METOIOM PACTIKEHUA.

Marepuaasi, 060pasbl, 000PYIOBAHHE
U METOTHKH SKCIIEPHMEHTOB

Il ycraHoBIeHUsT BIUAHAA MaciITabHOro (hak-
TOpa Ha 3HAUYEHWEe MOAYJIA HOPMAJIbHOH yIPYTOCTH
MIPOBOIHUIN CEPHUI0 WMCIBITAHUN HA pacTsiKeHue 006-
pasIoB ¢ pasnuyHbBIMEH pasmepamu. Mcmomb3oBaim
UINHIPUIECKHE MTPOIMOPIIMOHAIbHBIE MATHKPAT-
HbIe 00pa3IIbl, PA3INIAIOIIHECcT THAMETPAMU U [JTH-
HOIT paboueii 4acTu.

Marepuan 00pasifoB — IMPYTOK AHAMETPOM
20 MM ©3 CpemHEYTJIEePOIUCTOH KOHCTPYKIMOHHOM
cranu 45. W3 sroro mpyTka ToueHHeM OBLIM HM3TO-
TOBJIEHBI HOI[O6HBIe IATUKPaATHbIE TUJINHIPHUYECKHNE
06pasIfbl ¢ JruamMeTpaMu pabovuux dacrei d, paBHBI-
mu 19,00; 13,01; 10,79; 4,99; 3,05; 1,85 u 0,99 mm.
Ha mocnemneM srtame uM3roToBIEeHHs 00pAasiioB HX
TIOBEPXHOCTH 00pabaThIBAIHA BJIEKTPOIATHIECKAM
CII0co60M JIJIsI CHSITHST HAKJIENa, MOJIyYeHHOTO MexXa-
HHYECKOM 06paboTKOM.

Ucneiranusa 00pasioB pacTsSKeHUEM BBIIOJ-
Hanmu Ha MammuHe Instron 8801 co ckopocThio me-
dopmuposanua 0,1 mm/mun. [lpm onpenenenuun
MOAYJA HOPMAaIbHOU ynpyroctu E, B ympyrou gac-
TH JUATrPaMMBbI HCIIOJIH30BAIM HABECHOH SKCTEH30-
Mmetp Instron GL10 ¢ usmepurensHo# 6a30i 10 MM
(puc. 1).

HagecHoii sKCcTEeH30METDP HO3BOJAI TOYHO (PUK-
CHUpPOBaTh M3MEHEHNe MPOJ0ABHOHN Aedopmaluu pa-
6ouelt yactu obpasia (€., ¥ CTPOHUTH TUATPAMMY
pacTsiKeHUsT B KOOPAWMHATAX HAIPSKEHHe 0 — Je-
dopmanus e,.,. Harpy:xenume xkammoro o6pasia
MPOBOMMIN B YIPYToi 06/IaCTH 0 IOCTH:KEHUA Ha-
npsxenns He MeHee 200 MIla, mocne wero obpasers
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Puc. 1. Ucneirarensuas mamunaa Instron 8801 ¢ ycraHoBIeHHBIM HABECHBIM SKCTE€H30METPOM /U OIIPENeIeHU MOIYJIA HOP-

MaJIbHOU yIPYTOCTU MaTepuaia

Fig. 1. Instron 8801 testing machine with extensometer for Young’s modulus determination

pasrpysxaiu, 4To0bl yOeIUThCI, YTO ero medopma-
Mg HOCWJIA IIOJIHOCTBIO YIPYTHU xXapakrtep. Takue
HarpyxeHusd IOBTOPAIN HEe MEeHee IIATHU pasd oJid Ka-
JKIOTO 00pasiia. 3areM B MHTEpPBAJe HATIPSKEHUH 0T
0 mo 200 MIla momyueHHyIO muarpaMMmy pacTsKe-
HUA allIPOKCUMUPOBAIU IPAMOMN JTUHUEU ¢ HCIIOJb-
30BaHUEM METOJla HAaMMEHBbIIIUX KBAJAPaTOB U I10 Ha-
KJIOHY TOJYyYE€HHOTO YIPYTOr0 Y4acTKa OTHOCHUTEINb-
HO TOPHU30HTAIBHOU OCH OIPEIENsIId MOAYIH HOp-
MaJIbHOM YyIPYTOCTH 10 (popMyie

E, = o/eyer (2)

HaBecHoii 5KCTEH30MeTp He yAaBaloch HAIEKHO
3aKpenuTh Ha PaboYMX YaCTAX CAMBIX TOHKHUX 00-
pastos (d, = 0,99 mm). B cBsasu ¢ atum 1151 ompese-
JIEHUS MOMYJsI HOPMAJIBHOU YIIPYTOCTH HA STHX 00-
pasmax, a TakKe HEKOTOPBIX obpasiiax O00JIbIIero
IuaMeTpa WCIIOJb30BAIN OITHYECKUA METO] M3Me-
penus medopMaliii — MeTO KOPPeIamnuu 1udpo-
BbIx msobpakenuit (Digital Image Correlation, niu
DIC). Ou ocHOoBaH Ha HOIyIeHUN H300paAKEHUN IIO-
BepxHOCcTH obpasma Bo BpeMs mgedopmarmu. Kpoce-
KOPPeIAIUOHHAs 00paboTka H300pasKeHu M03BO-
JIAeT OTCIeAUTh W3MEHEeHWs, IMPOUCXOAIINE C II0-
BEPXHOCTHI0O BO BpEMs WCIBITAHUM, W PACCUMTATDH
mosie 1epOpMaIliy ¢ BBICOKHUM MTPOCTPAHCTBEHHBIM
pasperienveM. B KadecTBe u3MepuUTENBHOH ycTa-
HOBKH HCII0Jb30Basu cucremy LaVision StrainMas-
ter (puc. 2).

,_
(7]
Sample

PC

Puc. 2. Cxema ucnbITaHusa CTATHYECKUM PACTSIKEHHEM CTa-
JIBHOTO 00pasiia ¢ MPUMEHEHHEM OITHYECKOM H3MEPHUTEINb-
Ho# cucrembl LaVision StrainMaster: PC — nepconanbHbIi
rkommbiorep; TM — menbiTarensHas mMamuaa; Sample — 06-
paser;; LS — cucrema ocsemenusi; C1 u C2 — nBe kamepsr;
SU — 610K CHHXPOHH3AIUH

Fig. 2. Static tensile test scheme for a steel sample using a
LaVision StrainMaster optical measuring system: PC —
personal computer; TM — testing machine; LS — lighting
system; C1 and C2 — cameras; SU — synchronization unit

Cucrema LaVision StrainMaster cocrour wus
nByx Bumgeokamep Imager SX (C1 u C2), ycrpoiicTBa
CHHXPOHHU3AIMHK 3axBaTa W300paKEeHUN ¢ Kamep
PTU (SU) u mepconanbaoro xommbiotepa (PC) c
nporpaMMubIM obecrreuenrieM DaVis 8.4. Iudpo-
BbIe Kamepbl Imager SX mocTpoeHbl HA OCHOBE MO-
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OOpasel B 3aXBaTax,

MK nnst
BU3yaJIM3aLAN
1 06padoTKH
n306paxeHuit

Puc. 3. ®oro npubopoB U yCTAHOBOK [IJIsI ONIPEIEIEHHUS MO-
JIyJIsl yIIPYTOCTH C UCIIOJIb30BAHUEM OIITHIYECKON U3MEPUTEb-
Hoi cucrembl LaVision StrainMaster Ha uenbITarenbHOM Ma-
muHe Instron 8801

Fig. 3. Photo of the experimental set for Young’s modulus
determination using the Digital Image Correlation method
on an Instron 8801 testing machine

noxpomuoi [I3C marpuier pasmepom 2/3" ¢ paspe-
menueM 2456 X 2058 mukcenei, pasMepoM IIHKCe-
me# 3,45 X 3,45 MKM ¥ paspASHOCTHIO IMOIYIaeMBbIX
nsobpaxxenuii 12 6ur. Ilonme 3penns npu perucrpa-
MY SKCIEPUMEHTAIBbHBIX H300paMeHuil st pas-
HBIX PasMepoB 00pas3I[0B BapbUPOBAJIOCH B JAAIIA30-
me ot 3,5 X 3,0 mo 17,5 X 14,0 mm?. Jlna momyuenus
Ka4eCTBEHHBIX KOHTPACTHBIX N300paKeHUN HUCIIOIh-
30BaJTU AOTIOTHUTEIbHBIN BHENTHUIN UCTOYHUK OCBe-
menusa (LS).

Ilepen ucobrTanmeM obpasiia pacTs:KeHHeM Ha
OOKOBYIO IIOBEPXHOCTh €ro pabouyei 4acTv HAHOCHIH
CIIyYalHbIH CIEKI-PUCYHOK (€0 1 YepHOH KpacKa-
MM [JI IOBBIIIEHUS KOHTPACTHOCTH HM300paKeHUs

250F g 1
2
3
200} 4
< 1501
=
=
©
100 |
71— 1,85 mMm
i 2 — 3,05 mm
30 3— 10,79 Mm
4 — 19,00 mm
0 . . . ) .
0 0,025 0,05 0,075 0,1 0,125
& %

IPH HKCIOJIb30BAHUM METOAa KOPPEeIAnuH Iudpo-
BBIX HM300paikeHui. 3areM o0pasel] 3aKpervisiu B
daxpaTax MallluHbI, IIOCJIe 4Yero yCTaHaB/IMBaJIX
OCBETUTENb U anmnapaTypy IS BUIEOCHEMKH U U3-
mepenusa nedopmarmii. Ha puc. 3 mokasano ¢oro
9KCIIEPUMEHTA C HCIOJIb30BAHHEM OIITHYECKOTO
MeToza.

B mportecce pacrsskenus o6pasiia BeIud IEpPHO-
IUYECKYI0 BHIEOCHEMKY IIOBEPXHOCTH C YaCTOTOU
2 xanpa/c npu pasperreraun 2400 X 2000 nurcenrer.
IlociemoBarenbHBIE aBTOMATH3UPOBAHHBIA aHAIN3
MTOJIyYEHHOH CeprH HU300paKeHuil ¢ MOMOIIBIO TTPO-
ITPaMMHOTO O0ecriedeHus: IMO03BOJAET BOCCTAHOBUTH
1oJie CMEIeHUH TOYeK CIEeKJI-PUCYHKA Ha pabouei
JacTu 00pasiia B MPOIECCe PACTIKEHUA, TI0 BEIUIH-
HE KOTOPBIX MOYKHO PACCYMTATH TEH30p aedopma-
UK €., B J000H TOuKe B I000H MOMEHT BpeMeHU

[8]:

. dv; 3)

omri,j dr ’
J

roe i, j =1, 2, 3 — IOpPSIIKOBBIE HOMEpPA DJIEMEH-
TOB TEH30Pa, COOTBETCTBYIOIIHE OCAM X, Y, Z; I} —
KOMIIOHEHTBI IIPOCTPAHCTBEHHOTO BEKTOPA 10 OCSIM;
V., — KOMIIOHEHTBHI PACCYMTAHHOTO IIPH 00paboTke

CMeIIeHunsd I1I0 OCAIM.

OrcnexxuBasg KHUHETUKY H3MEHEHHS IIOIA [e-
dopmarnii BO BpeMeHH, MOKHO C YyIETOM MAIWH-
HBIX JAHHBIX 110 IPUJIOKEHHOMY YCHUIUIO IOCTPOUTH
YOPYTHUH yYacTOK AUATPAMMBI PACTSIKEHUS U Olle-
HHUTb 3HAYEHWE MOIYJId HOPMAJIBHOU YIPYTOCTA B
m1000M BpPEeMEHHOM WHTEpBaje Ha 000 craguu
WCIIBITAHUSA:

E, = o/eyy,. 4)
250F ¢ 1 9
200 3
4
< 150
=
p=
5
100
1 — 0,99 mm
L 2— 1,85 mm
30 3— 4,99 mm
4— 13,01 Mm
0 . . . . .
0 0,025 0,05 0,075 0,1 0,125
£, %

Puc. 4. Yupyrue y4acTku JuarpaMM pacTsSKeHHs O — €, TI0JIyd4eHHbIe ¢ UCIIOAb30BAHNEM HABECHOTO SKCTeH3oMeTpa (a) U MeTo-
ZOM KOopperanuu U poBhIx H3obpaxenuii (6), 411 06pasIioB ¢ pasHbBIMH AuaMeTpamMu d, paboueti yacTu; MaTepual — cranb 45

Fig. 4. Elastic sections of tension diagrams o — € obtained using a mounted extensometer (@) and digital image correlation
method (b), for samples with different diameters of the working part d;; material — steel 45
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O
2401 @  OKCTEH3OMETp
QO  METOA KOppessiuK
uH(ppoesx H306pakeHHi
E 2201
jan
S 200}
180}
a
0 o] 10 15 20

dy, MM

240 @  SKCTEH30METp
O  METOJ KOppenALHH
uAdpoBBIX H30GpaKEHHIH

0 50 100 150 200 250 300
Ay, MM2

Puc. 5. 3aBucumoctu Moxyna ynpyrocru E,, oT ncxogHoro guamerpa obpasia d, (@) u oT momnepedHoro cedenus obpasma A, (6);

MaTepuan — cranb 45

Fig. 5. Dependence of Young’s modulus E, on the initial specimen diameter d,, (@) and the specimen cross-section 4, (b); ma-

terial — steel 45

B xauecrBe 3HaueHWs MOy HOPMAIBLHOMN
YIPYTOCTH, OMPENeIeHHOT0 METOIO0M KOPPEeIAINT
OU(MPOBBIX H300paKeHUi, NIPUHUMAIN CpeHee
apudmernyeckKoe Bcex 3HaueHud E,, 3aperucrpu-
POBAHHBIX HA HAYAIHHOM YYACTKE PACTIIKEHUS 0
Hanpssxenus o ~ 200 MI1a.

O6cy:xaenune pe3yabTaTOB

Ha pwuc. 4, o mokasansl ynpyrve yd4acTKH Iua-
rpaMMbI PACTSKEHUA O — € 711 00pasIoB [uaMeTpa-
wmu d, pasabivu: 10,79, 3,05 u 1,85 MM, onpexnenen-
HbIE C WCIIOJIb30BAHWEM HABECHOTO SKCTEH30MeTpa.
OT4eTIMBO BHUAHO PACCIOCHHE MPIMOIUHEHHBIX
VIOPYTHUX YYACTKOB JHUATPAMM PACTSKEHHA I 00-
PasIOoB C PasHBIMH HCXOAHBIMH mguaMeTpaMu d.
IIpuuem uem MeHbIlEe guaMeTp 00pasia, TeM 6O0JIb-
IIIe yroJl HAKJIOHA MPAMOM, a CIel0BATeNbHO, — U
MOyJIb HOPMATIBHOH ympyroctu. AHATIOTHYHbBIE pe-
3yAbTAThl TOJYyYeHbI W C IIOMOIIBI0O H3MEPEHUH,
BBIIIOJTHEHHBIX METOJ0OM KOPPEeIAlNU IH(PPOBBIX

nsobpaxkenuii (puc. 4, 6). B Tabaure npeacrasieHbl
pe3yabTaThl  OMpEeNeNeHus MOIYAA HOPMATLHON
yupyroctu E, nmsg o6pasiioB, UCHBITAHHBIX C HC-
M0JIb30BAHMEM 000UX METO/I0B U3MEPEeHHH.

Bunno, uro 3nauenus E,, onpeneneHHbIe C HC-
[T0JIb30BAHMEM 3KCTEH30MeTpa M MeTojAa KOppeid-
nuu 1TUPOBBIX M300paKEHUH, JOCTATOUYHO OIU3KU
IJIsT OMMHUX U TeX JKe AruaMeTpoB obpasna. Bomree Ha-
IVIsIIHOE IIpeacraBienre 06 nsmenenuu K, mpu pas-
HBIX d, MOKHO OnyuuTh u3 puc. 5. [lockombky d,
OJIHO3HAYHO CBA3AH C IJIOAbI0 IIOTIEPEYHOTO ceve-
HuA A, nuiuHAprdeckoro obpasua (A, = ndé / 4),
saBucumoctu E, or Ay u E, or d, cxomubl (cM.
puc. 5). OnHarko gopma IOMEPevYHOro CeYeHHs 00-
PasIioB MOKET pasIndaThCs, I0ITOMY Iiesrecoobpas-
HO BBIAB/IATH BAWAHHE MacmiTabHoro dgaxropa co-
nocrasienueM E ¢ A,. Torna MosxHO mOIy4uTs 60-
see oburyio cBasb E,, ¢ Ay, B TOM gucie u 151 06pas-
OB € APYyrod (popMoii MOMEpPEeYHOr0 CEeYeHUs, Ha-
IIpUMep IPAMOYTOIbHOM’.

Pesynbrars! onpenenenus MOLYIsS HOPMAIbHOH yupyrocTu E, cranu 45, moxydeHHbIe pacTsaKeHreM 06pasIioB ¢ UCI0Ib30BaHH-
€M HaBeCHOTO HKCTEH30MeTpa U MeTOoJa KOPPeIAnnuy IIU(PPOBLIX H300paKeHni (cpeHIe 3HAYEH)

The results of determining Young’s modulus E , of steel 45 by tension tests with extensometer and the digital image correlati-

on method (average values)

EM
dg, MM Ag, 2 Hcnonb3oBanue sKcTeH30MeTPA Mertoz KOppeIauy MUMPOBHIX H300PaKEeHIH
H/vm? Kr/MM2 H/vm? KIr/MM2
19,00 283,4 187528 19116 — —
13,01 132,9 197229 20105 191768 19555
10,79 91,4 200217 20409 — —
8,00 50,2 209578 21364 — —
4,99 19,6 212897 21702 206 187 21025
3,05 7,3 219556 22 381 — —
1,85 2,7 235463 24001 235803 24 045
0,99 0,8 — — 246 320 25118
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Ananus pe3ynbTaToB ONpeneNeHus MOLY I HOp-
ManbHOU ymupyroctu E, (cM. TabmHIly) MO3BOJISET
cienath ciaeayoiue BeIiBoAbl. C yMEHBIIIEHHEM HC-
XOMHOTO amamerpa obpasua d, 3HAYEeHHsS MOIYJIA
HOpManbHOU yupyroctu E, yBemmuupatorca. Oxna-
KO eCJI¥ IPU yMeHbIeHuu d, oT 19 u 10 5 MM yBenu-
yenne E, cpaBHUTeNbHO HeO0JIbIIOE (IPUMEPHO
10 %), To npu MeHbIIUX d, OHO TPOHUCXOTUT Oosee
nHTeHCcUBHO. [l/1s1 o6pasma ¢ d, = 1,85 mm 310 yBe-
nuueHue cocrasisger yixe okono 20 %, a mis obpas-
na ¢ dy = = 0,99 mm — oxomo 25 %. Moo mosna-
rath, 4T0 npu dj < 1 MM OymeT MPOUCXOIUTH ellle
6osee NHTEHCUBHOE yBenudenue K.

Ilo MHEHUIO aBTOPOB JaHHON PAO0THI, OCHOBHAST
npuunHa yBenudenus E, ¢ ymenbiienueM d,, cocTo-
UT BO BiauAHMM Macinrrabuoro gpakropa. Cienyer ot-
METHUTH, YTO MACIITAOHBIN (PAKTOP OKa3hIBAET IIPU-
MEpHO TaKoe jKe BIWIHHE W Ha APyrue MexXaHude-
CKHe XapaKTepPUCTUKU MaTepHUasOB, OIpeneIeHHbIe
Ha ob6pasiax pasHbIX AuamMerpoB. Tak, Hampumep,
B uccienoBauusax A. A. I'puddurca [9], a Taxxe
A. II. Anercanmposa u C. H. Kyprosa [10] 65110
YCTAHOBJIEHO 3HAYUTEIHLHOE MOBBIIIIEHNE COTPOTHUB-
JIEHUSI OTPBIBY CTEKIAHHBIX HUTEH C YyMEHbIIIEHHEM
ux gquamerpa. A B paborax [11, 12] orMedeHO MOBBI-
IIIeHKe UCTUHHOTO COMMPOTHBJIEHU OTPBIBY U HCTHH-
HOTO COIIPOTHBJIEHUA PaspbIBY CTATbHBIX 00pa3IioB
¢ ymenbinenneMm ux pauamerpoB. Cormacuo [11], mc-
TUHHOE COIIPOTHBIIEHHE PasphIBy 00pasiia M3 CTalu
30XH3 mmamerpom 1,5 MM BO3pPOCIO IIPUMEPHO HA
30 % 1o cpaBHEHUIO CO 3HAYEHUEM HTOU XapaKTepHu-
cTUKM A obpasia guamerpom 15 mm. Ilpumepmo
TaKoe )Ke ITOBBIIIIEHUE IIpefesia TeKydyecTH W Bpe-
MEHHOTO COIPOTHBJIEHUS YCTAHOBJIEHO IIPU YMEHbB-
ureHnu auamerpa obpasia ¢ 10 mm mo 1,5 mm [8].
HsBectabl MmaciitabHble 3aBHCHMOCTH TBEPAOCTH
marepuanoB [13 — 16]. Ilpu ompenmenenun TBepmIO-
CTH BAABJIIMBAaHWEM IIUPAMHUIbI HA MUKPOYPOBHE ee
3HAYEHUA CUJILHO YBEIHYUBAIOTCA II0 CPABHEHWUIO C
MaKpoypoBHeM. A TpHu Iiepexojie HA HAHOYPOBEHD
WHEHTUPOBAHUS TBEPIOCTh MOKET BO3PACTH HA II0-
panok BenwuuHbl U 6osee [14]. CuiabHOe BIuMsSHUE
MacIITabHoro (aKTopa MPOSIBJAETCA U IIPHU ITHKIH-
YECKUX WCIIBITAHUAX O00pPAasiiOB Pa3HOro auaMerpa
IpH aMIUTUTYZe IUKJIa MeHee Ipefiea YIpyTroCTH
[17]. Takum 06pasoM, MOIKHO MHPEIIIOJIOKUTh, YTO
MacITabHbIH paKTOp OKA3bIBAeT BIUAHKE W HA MO-
IyJIb HOPMAaJIBHOU YIIPYTOCTH.

Cy1iecTByIOT pasiaudHbIe MOAXOAbI K OOBICHE-
HUIO TMPWYWH BAWSHHSA MacimTaOHOro (pakropa Ha
MexaHuueckne cBorcrBa marepuanos [10]. Cpemu
9TUX TOAXOJ0B MOKHO HA3BATh CTATUCTHIECKUU
(bosbIliee KOTHUYECTBO JIe(PEKTOB PA3HOTO IIPOKCXO-
JKIeHus B o0beMe KPYIIHOro o6pasiia), CTPYKTYp-
HO-MEXaHUYEeCKUd (HEOAHOPOIHOCTb CTPYKTYpHI,
CBOMICTB MaTEpUAJIOB, paclpeieieHud HAIPSKeHUN
¥ nedopmanuii Mo cedueHuo o00pasiia), SHEpPreTH-
yeckuil (pasjmuume B 3amace yIpPyrod SHEPIum).

B monorpaduu B. B. Ueuynuna [12] BrepBbie 6511
CHUCTEMATHU3UPOBAH OOIBIITON 00BEM 3SKCIEPUMEH-
TaIbHBIX JAHHBIX II0 BAUIHUIO PasMepoB 00pasIioB
Ha MeXaHUYeCKHe CBOMCTBA M PACCMOTPEHBI TEOPUU
MacimTabHoro 3dgderTa MexXaHWIeCKOH IPOYHOCTH
IS BI3KOTO M XPYIIKOTO Pa3pyLIeHUS MATEPUAIIOB.

HeKOTOpBIe IIOJIOKEHHSA BbINIEIIePEeYnCICeHHBIX
MIOIXO/I0B K OOBACHEHHWIO BIUAHUA MAacCIITaGHOTO
(hakTopa MOKHO NPUMEHUTb WU IJI MOAYJS HOP-
MajbHOM ynpyroctu. Bmecre ¢ TeM B Masbix 06pas-
max (MUKEpooOpasiiax) KOJIUYEeCTBO HCXOTHBIX [ie-
(hbeKTOB U HECOBEPIIIEHCTB KPUCTALIMIECKOTO CTPOe-
HUS MeTajla Ha aTOMHOM YPOBHE, BKIIIOYAs [UCIIO-
Kalluy, SHAYUTEJIbHO MEHBbIIIe, YTO IIPUBOJUT K yBe-
JIMYEHUIO KeCTKOCTH KPHUCTAIMIECKOH PEeIIeTKH, a
C/IeTOBATENbHO, K ITOBBIIMIEHHUI0 MOJY/IA HOPMAalhb-
HOU yIIPYTOCTH.

3axarogeHue

Brimonmeno ompezenernne MOAYJIS HOPMAaTbHOMH
YIPyTrocTH 00pasIioB pa3HOTo AuaMeTpa u3 cramu 45
pacTsaKeHHEM C HCIOJIb30BAHUEM HKCTEH30METpa U
MeTo/a KOpperdanuu IudPOBhIX H300paKeHUN [
usmepenusa pedopmanuii. [lokasano, 4ro 3HAYEHUST
MOJYJsA HOPMAJIbHOU YIPYTOCTH, OINpEeaeTeHHBbIE C
KCIIOTb30BAHUEM 3KCTEH30METpa M MeToJa Koppe-
JIAIHAN TAQPOBBIX M300PAKEHUH, JOCTATOIHO OIM3-
KH. JTO II03BOJIZET HCIIOIb30BATH METON KOppesd-
WU MTU(QPOBBIX U300paKEHUN I HAXOMKIEHUI MO-
Iy HOPMAJIBHOH YIPYrOCTH HA MAaJbIX 00pasIax,
Ha KOTOpPbIe HEBO3MOKHO HAJ/IEKHO YCTAHOBUTH Ha-
BECHOM KCTEeH30MeTp. ¥ CTAHOBJIEHO CHHKEHHE MO-
IyJia HOPMAaJIbHON YIPYTOCTH C yBEIUIEHHEM IHAa-
Metrpa obpasna. Hampumep, npu yBennueHun maua-
metpa obpasma ¢ 0,99 1o 19 MM MOIyIb HOPMAIBbHOM
YIIPYTOCTH TOHMKaeTca nmpumepHo Ha 25 %. Ilomy-
YeHbI rpad)uuecKrne 3aBUCUMOCTHA MOJYJIsI HOPMaJb-
HOHM yIpyrocTd OT auameTpa oOpasiia U IUIONIa[u
ero monepevyHoro ceuenus. OCHOBHAA MPHYNHA IIO-
BBIIIIEHUS WM YMEHBIIEHUS MOIYJsS HOPMAaJIbHOM
YIPYTOCTH, OIpPEAeNeHHOTO Ha 00pasiiax pPasHOTOo
IuaMeTpa, COCTOUT BO BIUSHUM MACIITAOHOTO (hak-
TOpa. JTO BIHUAHUE HEOOXOAUMO YUIUTHIBATH IIPHU
pacuerax Ha HOPOYHOCTH JeTajlied W KOHCTPYKIIMM
pasmuuHbix pasmepoB. Oco0EHHO 5TO BAIKHO I
KPYyIHOTA0APUTHBIX U3/,

Hcenedosarnue svinoaneno 8 @I'6OY BO «<HHUY
«MOH» 3a cuem zpanma Poccutickozo Hayur02z0
¢orda Ne 22-19-00590, https://rscfru/project/22-19-
00590
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One of the well-known features of the external action of the electric current in the process of
plastic deformation is the electroplastic effect manifesting in a decrease in flow stresses and an
increase in plasticity (deformability). Understanding the nature of the electroplastic effect pro-
vides targeted regulation and application of the effect to improve the efficiency of metal wor-
king processes or to change the structure and properties of materials. The deformation behavi-
or of commercially pure titanium under the impact of an electric current of critical density
from 12 to 400 A/mm? is considered. The electroplastic effect in coarse-grained (d = 50 pm)
and ultrafine-grained (d = 500 nm) VT1-0 titanium has been studied under a combination of
tensile deformation and applied current of various modes and regimes, including the sing-
le-pulse, multipulse and direct current modes. It is shown that a decrease in the grain size cont-
ributes not only to an increase in the strength characteristics, but also to a decrease in the elec-
troplastic effect, the mechanism of which is closely related to the density of mobile dislocations.
It has been shown that the manifestation of the electroplastic effect in titanium is controlled by
the grain size, and a decrease in the grain size leads to its electroplastic degradation and finally
to the complete disappearance in the amorphous state due to a decrease in the density of free
dislocations.

Keywords: titanium; grain size; tension; stress; strain; electroplastic effect; current; single

pulses; multipulse current; direct current.

Introduction

The electroplastic effect (EPE) that has been
discovered more than fifty years ago manifests it-
self in a significant decrease in the flow stress of
metallic materials during deformation in the pres-
ence of a high-density current [1, 2]. Therefore, the
attention of researchers was initially drawn to a
practical application of EPE, which has happened
to be quite wide and can be found in published
studies [3, 4]. They are mainly focused on metal
forming (stamping, rolling, drawing, pressing),
solid state welding and cutting brittle and hard de-
formed materials to reduce roughness. Moreover,
the possibility of microstructure refinement in
elongated materials has demonstrated a control of
the functional properties of materials [5]. The limi-
tation in the widespread use of EPE is associated
with high critical current density required for a
noticeable effect on deformability: for many indus-
trial materials it should be j, > 102 A/mm? [2].
That is why the effective cross-section of various
semi-finished products such as wire, rods and
sheets do not exceed 1 - 10 mm?, which is associ-
ated with the requirement to create high-power
current generators.

Another area of research has been the physical
nature of EPE. In [6], calculations have shown that

the thermal effect, determined by the electrical and
thermal conductivity of the sample, is the only
cause of EPE. However, even in the first studies,
it became clear that the usual thermal effect can-
not fully explain the EPE, since the drop in
stresses was noticeably larger than it could be due
to the temperature dependence of the flow stresses.
In the review [7], it was shown that the main con-
tribution to the EPE is made by the electronic
“wind,” which causes the mobility of dislocations
and the thermal effect of the current. Other accom-
panying EPE electromagnetic (skin, pinch) and
magnetostrictive effects are an order of magnitude
smaller.

Recent articles trying to explain EPE by associ-
ating it with breathers [8] or with nonequilibrium
processes in the electronic and phonon sub-systems
when an electric current of high density flows
through metal [9]. These processes lead to a devia-
tion of the average energy of dislocation oscilla-
tions from that, which corresponds to the lattice
temperature. As a result, the frequency of fluctua-
tion overcomes obstacles by increase in dislocations
[10]. A more general point of view is that all mech-
anisms can act simultaneously, the relative con-
tribution of which varies depending on material,
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Fig. 1. Scheme of the rolling in calibers (a) and oscillogram of pulse current (b)

external conditions, size and shape of samples, etc.
[11].

As for the materials under study, originally
they used to be single crystals of pure metals, and
then have changed to polycrystals (Zn, Cd, Sn, Pb,
In, Ni, Fe, Nb, Ti, Al, Cu, W) and industrial struc-
tural alloys based on aluminum, copper and steel.
Recently, nano- and amorphous materials [12],
TRIP steel [13], functional materials with shape
memory, have been also investigated, where the di-
rection of stress reduction was found to be not only
downwards, as found previously, but also upwards
[14]. Titanium [2, 15 - 17, 19] and titanium-based
alloys [5, 12, 14, 18] occupy a prominent place
among the materials under study, as the main ma-
terials for aerospace sector and medical implants,
especially in the nanostructured state. Note that
most of the cited above studies of EPE were carried
out on materials in a coarse-grained state with a
grain size more than 1- 10 pm with rare excep-
tions [20].

Taking into account the importance of the
grain size effect on the mechanical properties and
deformability of titanium, the purpose of this work
is to compare the deformation behaviour of coarse-
grained and ultrafine-grained titanium under dif-
ferent current modes.

Experimental materials and methods

A material for the study was technically pure
titanium VT1-0, with impurity content shown in
Table 1. The initial material form was a rod with a
diameter of 10 mm.

The sample has been processed by multi-pass
electroplastic rolling in calibers according to the
scheme “circle — hexagon — rhomb” (Fig. 1a) and

Table 1. Chemical composition of titanium (wt.%)

has been shaped into the wire with a cross section
of 1.55 x 1.85 mm?. Some details of electroplastic
rolling can be found in [5]. The total deformation
degree and the rolling speed were 90 % and
50 mm/sec, respectively. Rolling in calibers was car-
ried out with the introduction of a multi-pulse cur-
rent with duty factor of 10, a density of 100 A/mm?,
a pulse duration of 10%sec and a frequency of
1000 Hz (Fig. 1b). The wire was investigated in two
structure states formed by annealing at tempera-
tures of 700 and 500°C for 30 min, respectively.

Tensile tests were performed on the horizontal
testing machine IR-5047-50 at room temperature
with the speed 1 mm/min and the following current
modes/regimes (density j, frequency v, and pulse
duration t): 1 — no current; 2 — single pulses
J =400 A/mm?, v =1msec; 3 — multi-pulse cur-
rent j = 100 A/mm2, v = 0.1 msec, v = 1000 Hz;
4 — direct current, j = 12 A/mm?2. The sample
gauge length for mechanical tests was 25 mm. Dur-
ing tension, the sample temperature was measured
with a thermocouple fixed in the middle of the sam-
ple gauge length.

Schemes of pulsed current supply to the sample
during electroplastic rolling in calibers and during
the tensile tests are shown in Fig. 2. In both cases,
a 7kW pulse current generator was used, which
made it possible to reproduce the current of differ-
ent modes (single pulses, multipulse and direct cur-
rent) and regimes (j =500-5000A, tv=30-
1000 psec, frequency 1 — 1000 Hz). To prevent cur-
rent leakage during the tensile test, the gripping
parts were insulated with polystyrene.

Material C Fe Si
VT1-0 0.07 0.18 0.10

0.12 0.04 0.01 0.6
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Fig. 2. Scheme of the current supply during electroplastic rolling (a) and tensile test (b): @, I — mills; 2 — wire; 3 — feed tab-
le; 4 — pulse current generator; b, I — grips; 2 — sample; 3 — bus line for supplying current; 4 — insulation; 5 — pulse cur-

rent generator

Fig. 3. Microstructure of coarse-grained titanium observed with optical microscopy (@) and ultrafine-grained titanium obser-

ved with TEM (b)

Experimental results and discussion

The microstructures of the samples annealed at
500 and 700°C are shown in Fig. 3. A large differ-
ence in grain size can be noted, which is two orders
of magnitude.

Annealing at 700°C of heavily hard-worked
titanium caused recrystallization, which partial-
ly has the features of collective recrystallization
(Fig. 3a). The grain boundaries are rectilinear, and
there is insignificant number of twins and particles
of impurity elements inside the grains, mainly ox-
ides and aluminides. The average grain size is
50 pm. The structure of titanium can be classified
as coarse-grained one. Annealing of hard-worked
titanium at 500°C led to the formation of incom-
pletely recrystallized fragmented structure with an
average sub-grain size of 500 nm and a fairly high
density of dislocations inside the grains (Fig. 3b).

The structure of titanium can be described as
ultrafine-grained one.

Figure 4 shows the stress-strain curves under
different tensile test conditions of titanium in the
coarse-grained (Fig.4a) and wultrafine-grained
(Fig. 4b) states.

First of all, it is seen that the flow stresses for
ultrafine-grained titanium for all current modes
are higher than for the coarse-grained titanium.
Under tension without current, a reduction in
grain size by two orders of magnitude led to more
than double increase in strength and more than
four times decrease in ductility (Table 2), which is
directly related to the well-known effect of grain
size (Hall — Petch effect).

The current introduction of any mode, except
for single pulses, leads to a decrease in the flow
stresses and relative elongation to failure. If the de-
crease in plasticity is associated with strong neck
formation of titanium and, accordingly, with a mul-
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Fig. 4. Stress-strain curves of course-grained (a) and ultrafine-grained () titanium under different current modes: I — wit-
hout current; 2 — single pulses; 3 — multipulses; 4 — direct current

tiple increase in the actual current density, then
the decrease in the flow stress is due to the total ac-
tion of thermal and electroplastic effects. In this
case, the contribution of the thermal effect in com-
parison with the electroplastic effect should be no-
ticeably less, since the temperature of the sample
did not rise above 130 — 215°C. Another feature of
the multipulse and direct current effect is a sharp
decrease in the uniform deformation of titanium
and an increase in deformation localization, which
is especially manifested in ultrafine-grained tita-
nium.

In contrast to multi-pulse and direct current,
the mode of single pulses in coarse-grained tita-
nium promotes strengthening and a noticeable in-
crease in plasticity (curve 2, Fig. 4a). It can be as-
sumed that the physical nature of such hardening
is low-cycle deformation. Note that strengthening,
as the effect of exposure to the current, is an anom-
alous phenomenon for pure metals, since in almost
all known articles, the authors record only a de-
crease in flow stresses, i.e., softening. It is likely
that in this work the anomalous strengthening ef-
fect became possible due to such a regime of tita-
nium recrystallization, in which a very large grain
size was formed. This fact is consistent with the

strengthening in a single crystal of aluminum, re-
ported by the authors of the work [21].

In ultrafine-grained titanium this effect is not
observed, probably due to high flow stresses. A sim-
ilar phenomenon has already been noted for the
Ti-7Al alloy [22], where the authors associate hard-
ening with a change in the dislocation mechanism
of deformation: from sliding to climb of disloca-
tions under the action of a current. The effect of
the current depends on the mode: it is stronger
with higher energy of the injected current, which
increases with the transition from single current
pulses to multi-pulse and direct current.

Another feature of the stress-strain curves un-
der the action of single current pulses is the ap-
pearance of stress jumps downwards, the ampli-
tude of which decreases from 50 MPa for coarse-
grained titanium to 25 MPa and less for ultrafine-
grained titanium. Since there is practically no ther-
mal effect for this current mode (Table 1), it can be
argued that the electroplastic effect really exists
and it decreases with decreasing grain size.

Interestingly, stress jumps were observed not
only in the plastic deformation zone, where they
are appearing due to the interaction of moving dis-
locations with conductive electrons. Similar jumps,

Table 2. Mechanical properties under tension for coarse-grained and ultrafine-grained Ti

Structure state Current mode ]ii(ai?ﬁgg- duS;LIi‘zflr,ltsec o ffI,;I 32 toc UTS, MPa El, %
Course-grained Without current — — RT 450 33.0
Single pulses 25 -50 <0.1 30 480 40.0

Multipulse current — 270 130 370 13.7

Direct current — 234 130 255 12.7

Ultrafine- Without current — — RT 1010 7.0
grained Single pulses 5-20 <0.1 30 995 6.0
Multipulse current — 102 160 815 5.0

Direct current —

96 160 - 215 435 4.5
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but poorly recorded due to much smaller amplitude
(about 5 MPa), are also present in the elastic part
of the stress-strain curves. Since there are no free
dislocations during elastic deformation, it can be
assumed that the cause of the appearance of stress
jumps is the thermal effect and, as a consequence,
the expansion and dilatation of the sample.

Finally, we note the asymmetric shape of
shocks, the form of which indicates different mech-
anisms of softening and hardening in the jump it-
self. An almost instantaneous stress drop is caused
by an ultrafast current pulse, and the subsequent
stress rise is due to the relatively slow cooling of
the sample.

CONCLUSION

1. It is shown that cold rolling in calibers of
commercially pure titanium, accompanied by a
pulsed current, makes it possible to achieve a maxi-
mum degree of 90 % without destruction, and sub-
sequent annealing in the range of 500 — 700°C is
capable of forming structure states in a wide range
of grain sizes from 0.5 to 50 pym with strength from
450 to 1010 MPa.

2. Changing the current mode introduced dur-
ing tension from single pulses to multipulse and di-
rect current increases the contribution of the ther-
mal effect to the decrease in flow stresses in com-
parison with the non-thermal electroplastic effect.

3. The manifestation of the electroplastic effect
in titanium is controlled by the grain size, a de-
crease in which leads to its degradation and, as was
shown earlier to complete disappearance in the
amorphous state due to a decrease in free disloca-
tions density.
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AKTYAJILHBIE ITPOBJIEMbI CO3/TAHUS ITU®POBHIX IBOMHHUKOB
U3JIEJINI MAIIMHOCTPOEHUSI C TOYKU 3PEHUS OIIEHKU
TIOJITOBEYHOCTH

© Auekceirt Buktoposnu Epnanosl”, Kupnian AaroHoBud XopoIlneBCKuHiil,
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Cmamuvsa nocmynuaa 20 dexabps 2022 2. Ilocmynuaa nocae dopabomru 15 mapma 2023 2.
Ipunama k nybaurayuu 30 mapma 2023 2.

I'mobanbHas nudpoBU3aIHs MPOU3BOACTBA OTKPHIBAET HOBbIE BO3MOKHOCTH /IS IIPEIUKTHBHOM
IUATHOCTUKHA TEXHWYECKOTO COCTOSHUS U3Je/INi MAIIUHOCTpoeHus. B pabore paccMOTpeHbI Bo-
TIPOCHI, CBA3AHHBIE C OIEHKOM TEXHHYECKOTO COCTOSHUA KOHCTPYKITHUH arperatoB MaIIHHOCTPOE-
HUA, TPEeXIe BCEro, C ONpeNeIeHreM UX OCTATOYHOTO pecypca. B Hacrosiiee BpeMd BbIeIeH
KJIacC BUPTYaIbHBIX MOJENIel — II(POBbIE ABOMHUKYU OCTATOYHOIO PECypca KOHCTPYKITUH, KO-
TOpbIE, IIOMUMO MOHUTOPHHTA ¥ IIPOTHO3WPOBAHUSA [OJATOBEYHOCTH KOHCTPYKIIUM, MOTYT 00Ja-
JaTh 00PATHOI CBA3BI0 ¥ KOHTPOJIIMPOBATH PECYPC, MOAETHPYS TEXHOIOTMIECKHIA IIPOLIECC IIPO-
HM3BOJICTBA ¥ B KOHEYHOM CUeTe aJallTUBHO ONTUMUBUPYS PeaTbHbBIN TeXHOIOTHIECKHUH IIPOIIece
C yJeTOM 33JJaHHOH BEPOSITHOCTH HACTYILIEHUA MIPEIETHHOTO COCTOSHUA KOHCTPYKIHH. PaccMot-
PeHBI IIPO6IEMBI CYIIIECTBYIOIIMX METOIOB OIIEHKH J[0JITOBEYHOCTH BO BPEMEHHOM M YACTOTHBIX
00/1aCTsX, BBISBIIEHBI UX CHJIbHBIE U CIa0ble CTOPOHBI C TOYKH 3PEHMs IIPHMEHEHHUS B Ka4ecTBe
OCHOBBI AJITOPUTMHUYECKOr0 ObecIieueHrs U(QPOBBIX IBOMHHUKOB OCTATOYHOIO pecypca KOH-
crpykrmui. OTMEYeHO BO3MOKHOE PAsHOOOpasye IOIyYEHUs HMCXONHBIX JAHHBIX IS OIEHKH
JTOJITOBEYHOCTH, 8 UIMEHHO — KPUBBIX YCTAIOCTH MATEPUAJIOB (IIPH PA3HBIX THUIIAX U CXeMax Ha-
rpysxenus). [lomrMo cxeMbl HATpy:KeHUd, Ha BU KPUBOH YCTAIOCTH BIUIET IIPOIECC HATPY Ke-
HUSI — PeryJspHbIH, CIyJYalHbIA W CMelIaHHbld. [Ipu peasbHON SKCIUIyaTaluyd HU3IeIui
yaie BCero mpeobiiagaerT HeCTAIMOHAPHOE CIydaiHoe HArpyskeHue (IpOoLecchl ¢ M3MEeHSIOIIH-
MUCS XapaKTePUCTUKAMH, YAAPHBIMA HUMILYJILCAMH), IIPH KOTOPOM METOMBI OIIEHKHU I0JITOBEY-
HOCTH €/1a00 M3yJeHbl U B OCHOBHOM 3AKJIFOUAIOTCS B YIIPOIIEHHH HECTAIIMOHAPHOTO IIPOIIeCcCca.
B pabore ocoboe BHUMaHHWe yieJeHO HECTAIMOHAPHBIM IIPOIECCAM HATPY:KEHUS, ITOCKOIBKY
cosmanue IU(PPOBLIX IBOMHUKOB MOIPasyMeBAET HEIPEPhIBHBIM AHAIU3 [OJTOBEYHOCTH KOH-
CTPYKITUH I PEajbHBIX JKCILIyATAIIHOHHBLIX HATPY30K. PaccMOTpeHBI M Apyrue IIPoOJIeMbl,
C KOTOPHIMH MOTYT CTOJIKHYTBhCA HCCIAENOBATENN IpU paspaboTKe IU(POBBIX IBOWHUKOB
KOHCTPYKIIHI.

KaroueBsle croBa: 1upoBblie ABONHUKY; IPEIUKTHBHAS JUATHOCTHUKA; J0JITOBEYHOCTD; OCTa-
TOYHBIA PeCcypc; HeCTAITMOHAPHOE HATPY:KeHNe; MHOTOITUKIOBAA YCTAIOCTh

ACTUAL PROBLEMS OF CREATING DIGITAL TWINS OF MACHINE ENGINEERING
PRODUCTS IN TERMS OF DURABILITY ASSESSMENT
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The global digitalization of production opens new opportunities for predictive diagnostics of the technical
condition of mechanical engineering products. The issues attributed to assessing their technical condition,
primarily to the determination of the residual life of mechanical engineering products, are considered.
Currently, a class of virtual models, digital twins of the residual life is distinguished. Apart from the func-
tions of monitoring and predicting the stability of structures, they can possess a feedback and control the
durability by simulating and optimizing the real technological process, taking into account the possibility
of achieving the limit state of the structure. The problems of existing methods of assessing the durability
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in time and frequency domains are considered in detail from the viewpoint of using the residual resource
of structures as the basis of an algorithmic support of digital twins. We also marked the possible variety of
obtaining initial data for assessing the durability, namely fatigue diagrams of materials for different types
and schemes of loading. The fatigue diagram is greatly affected by the loading process (regular, random or
mixed), while in the actual work the non-stationary random loading prevails. The methods used for as-
sessing the durability of non-stationary loading are poorly studied and often resolve into simplification of a
non-stationary process. The study is focused on non-stationary loading processes, since the creation of dig-
ital twins implies a continuous analysis of the durability of the structure for real operational loads. Other
problems that can arise when developing digital twins of structures are also considered and discussed.

Keywords: digital twins; predictive diagnostics; durability; residual life; non-stationary loading; high-cy-

cle fatigue.

BBenenune

C pasButumeM CpeacTB IUATHOCTUKUA TEXHU-
YECKOTO COCTOSHUA U3MEIUH U II06anbHONU IHEPPO-
BU3ALMHU IIPOM3BOJICTBA B paMKaX YeTBEPTOH IIPO-
MmbiTeHHoi pesoonuu (Munyerpusa 4.0) ogHoi u3
COBPEMEHHBIX MHUPOBBIX TEHEHIIUH ABIIETCA CO3-
Ianvie IUQPOBBIX MBOUHWKOB HU3MEIUH MAIIHHO-
crpoenud. Ilog nudpoBbIM ABOMHUKOM, B IEPBYIO
odepenb, IMIOHUMAETCA BUPTyadbHAsA MOIEIb H3Je-
JIAsi, CHHXPOHU3UPOBAHHAA C PEATbHBIM O0BEKTOM
IIOCPEJICTBOM H3MEPUTENbHBIX YCTPOHCTB U IO3-
BOJIAIONIAA OTPAKATH TEKyIllee TEXHUIECKOe COCTOA-
HHUe U3Jeud, a TaKKe IMPOTHO3MPOBATH €ro Ha He-
KOTOPOM BPEMEHHOM OTpe3Ke C 3a[aHHOH BEpOT-
HOCTBIO0. MaIlIMHOCTPOUTEIbHBIE KOHCTPYKIIMH B
IIPOITecCe DKCIIyaTaIlUH IIOJBEpP:KEeHBbI 3HAKOIIEepe-
MEHHBIM CIy4YaHBbIM BO3IENUCTBUAM pPa3HOU MHTEH-
CHUBHOCTH, KOTOPbIe B KOHEYHOM HTOTE HMPHUBOAAT K
UX yCcTaJocTHOMY paspyiienuto. [Ipu Hammuuu He-
00XOJIMMBIX AATYMKOB U paspabOTAHHOH JOCTOBEp-
HOU MaTeMaTHIEeCKON MOJeN HAKOIUIEHUA ITOBPEsK-
IEeHUH B KOHCTPYKITUH MOSKHO OTCJIEKUBATH €e 0CTa-
TOYHBIA peCcypc, a TaKKe IPOrHO3UPOBATDH IOJTO-
BEYHOCTHb C 33JaHHOU BEPOATHOCTBHIO, MOJEIUPYS
MOBeeHNEe BO3IEHCTBYIOIIEr0 HArpy:KeHus (uau
MOZEIUPYA TEXHOJIOTHIECKUH IIPOIlece IIPOM3BOCT-
Ba). Peanusarusa o6paTHO# CBA3Y ¢ (DU3UIECKUM U3-
JereM II03BOJIAET YIIPABIATH €ro yCTaJIO0CTHOU
npouHoCcTh0. Takum 06paszoM, UG POBLIE TBOMHUKN
MaITMHOCTPOUTETBHBIX KOHCTPYKIIUH IIpeHasHAYe-
HBI JIJI1 MOHUTOPUHTA U IPOTHO3UPOBAHUA OCTATOY-
HOH J0JITOBEYHOCTH.

Ba:xmo orMeruTs, 4TO 1I)POBOH ABOUHUK [0JI-
TOBEYHOCTH MOKET (DOPMUPOBATHCA [JIA OTIAEIbHOM
JeTau, ysjia Wiu U3[IeNud B IIeJIOM, HO IIpU Iepe-
XOfle OT KOHKPETHBIX NeTaieid K o6Iell KOHCTPYK-
MU BO3pPAcCTaeT YUCI0 (PAKTOPOB, KOTOPhIE HEBO3-
MOJKHO YYeCThb, a CJIEOBATEIbHO, YBEIHIUBAETCS
MOTPEITHOCTD MPEeIUKTUBHOM Momenu. Kpome Toro,
B HACTOSAIIEE BPeMs OTCYTCTBYIOT OOII[He periaMeH-
THPOBAHHBIE IIOAXOABI K CO3MAHUI0 IM(PPOBBIX
neorHuKoB. Tak, 'OCT P 57700.37-2021 «Komb-
0TEepHbIE Mojienu u MmopenupoBaunue. [ludpossbie
nBoiHuKN usgenuii. O6IHe MOI0KEHNUA» BEIIOUAET
TOJIBKO 00II[1e TOHATHS U TpeOoBaHusd K paspaboTke

BUPTYaJIbHBIX Mojeei. OHaKO 3a IOCIeIHNEe TOIbI
YHCII0 IyOJIUKAINE, CBI3AHHBIX C CO3MAaHUEM Iud-
POBBIX TBOMHUKOB IJIf MPOTHO3UPOBAHUA OCTATOY-
HOU JTOJITOBEYHOCTH KOHCTPYKITUU, BO3POCIIO.

B sapyOe:xHoii suTeparype HcciemnoBaTeNn 3a-
TParuBalT KOMILIEKCHBIE BOIIPOCHI AJTOPUTMOB
IIPOTHO3a J[0JITOBEYHOCTH, HAIPUMEP, IPeaiaramT
roaxoy [1], OCHOBAHHBIN HA WCIIOJIb30BAHUU IIH(-
POBOTO JIBOMHKKA, Il IIPOTHO3UPOBAHUSA yCTAJIOCT-
HOH [OJITOBEYHOCTH KOHCTPYKImu. IIpu srom wuc-
MOJIb3YIOT BUPTYAJIBHYI MOJENb, KOTOPAs COCTOUT
M3 MOIEJIU OTCIEKUBAHUSI TPEIUH W MOJIEIH JUHA-
MHYeCKOU OallecoBCKOM ceTm (MeTon MAIIMHHOTO
obyuenws). Jlpyrue my6auKamuy 3aTparuBaioT 4acT-
HbIe BOIIPOCHI, HAIIpuMep, B pabore [2] mams cosna-
HUAS [U(PPOBBIX JABOMHHUKOB IMPEJIOMKEHO HCIIOIb-
30BaTh TPEXJIMHEWHYI0 KPUBYIO YCTATIOCTHA MaTepHa-
jla — C y4eTOM MAaJIOIIUKJIOBOM, MHOTOITMKIOBOM U
TUTAIUKIOBOM ycTamocTu. Baskuo ormeruts 1 pabo-
Ty [3] mo yduery BIuMAHWA pPa3HOYPOBHEBOTO HArpPy-
JKEHUA, XapaKTepPHOTO KaK [ MaJOIIMKIOBOM, TaK
¥ MHOTOIMKJIOBOM ycramocTu. ABTOpPbI pa6oTsr [4]
TIPH CO3JIaHUU TU(PPOBBIX TBOMHUKOB aKIIEHTUPYIOT
BHUMaHNe Ha HEOOXOIUMOCTH YCTAHOBKU TE€H30/aT-
YUKOB HA KOHCTPYKIIUIO, UYTO TO3BOJIUT YIIyYIIUTH
KOPPEIAIUI0 BUPTYAIbHOU MOMAEIH C PEATbHbIM
00BEKTOM, TIPEJIaraloT METOALI PEKOHCTPYKIIMHU Ha-
IPy3KH Ha 00BEKT HUCCIeTOBAHUA UCXOA U3 ITOKAa3a-
HHUH TEH30JaTYNKOB. ABTOPHI pAia paboT — CTOPOH-
HUKH HCIOJb30BAHUA CYI[ECTBYIOIIUX AAHHBIX 0e3
JOTIOJTHUTEIBHON YCTAHOBKHU MaTYMKOB. TaKoil mos-
XO0Jl He BCerja HPUMEHHM B CUJIY HEYYBCTBUTEIb-
HOCTH CYIIECTBYIOIIUX JATYHUKOB K IOJITOBEYHOCTH
KoHCTpyKIuu. Tak, B pabore [5] sarponyra Tema
IUMPOBBIX TBOMHUKOB JIT MOHUTOPUHTA U IIPOTHO-
3UPOBAHUA YCTATOCTHOTO ITOBPEKIEHUSI KOHCTPYK-
IIMU MOPCKOTO CyAHA. ABTOPBI CTPOAT IIPOTHO3, KOM-
OUHUPYsT 00IIEIOCTYIHbIE SKCILIyaTAIl[HOHHbIe TaH-
HbIe KOHKPETHOTO cyaHa (ero riiobasbHOe MecTOIo-
JIOJKeHHEe B COYETAHUH C PETPOCIEKTUBHBIMH METeOo-
POJIOTHYECKMMY JAHHBIMH) U 00padaTbiBasd JaHHbIE
METOIaMH MAIIHHHOTO O0YIEHHUSI.

B oreuecTBenHO tuTEpaType Pes3yabTaThl KOM-
IUIEKCHBIX HAYYHO-IPAKTUIECKUX HUCCIEI0BAHUH 10
BOIIPOCAM CO3IaHMA ITUQPPOBBIX IBOMHUKOB IIyOJIH-



«3aBoackasd maboparopusa. [[marnocruka marepuanaos». 2023. Tom 89. Ne 8 69

KyIoTCcs B orpanudeHHOM o0neme. Hampumep, B pa-
6ore [6] ommcambl OOIIME TOAXOABI W KOHIIEIIIUN
CO3/IaHUA U(PPOBBIX ABONHUKOB JJI OLIEHKU PECYP-
ca BaroHOB 6e3 KOHKPETHBIX aJITOPUTMOB U METOJIOB.
BomnbmuacTBO paboT — TesucHsbie [7, 8].

Hannaa pabora mocBAI[eHA PACCMOTPEHUIO aK-
TyaabHBIX MPOOJIEM co3faHud IU(POBBIX TBONHU-
KOB M3JeINH MANIMHOCTPOEHUS C ITO3UIINH BEPOAT-
HOCTHOH OITEHKH JOJITOBEUHOCTH IIPY PeabHOM DKC-
IUTyaTaliOHHOM HarpyKeHUU U3Ieaui.

Bynmem cuuraTh HacTyIIeHWE MpPEEIHLHOTO CO-
CTOAHUSA KOHCTPYKIIMH II0 00PA30BAHUI0 TPEIIUHBI.
Bormpocs! pasBuTus u pocra TPEIWHEL, T.€. JKUByUYe-
CTH KOHCTPYKIIUM, HE paccMaTpHBaeM. Y UUTHIBALI,
YTO MAIIHHOCTPOUTEIbHBIE KOHCTPYKIIMM HCIIBI-
TBHIBAIOT 3HAKOIIEPEMEHHOE HArpy’KeHHWe Ha I0CTa-
TOYHO JAJIUTEIbHOM IIPOMEXYTKE BPEeMEeHU, W IIPHU-
HHUMas [JOIIyIlleHHe, YTO MaKCUMaJIbHbI€ HaIIpd-
JKeHWS B KOHCTPYKIHMH He MPEBBIMIAIT Ipefena
TEKy4eCTH MaTepuala, UCCAeI0BaIN MeXaHu3M Ha-
KOILJIEHUS TTOBPEKIEHUM IIPH MHOTOIMKIOBOM yCTa-
smocty. Bompockl MasIOIUKIOBON yCTANOCTH, KaK U
BOIIPOCHI THUTAIMKJIOBON YCTAJIOCTH, B pabore He
paccMaTpuBaIH.

Kparkas uandopmammsa
00 OIleHKE 0JITOBE€YHOCTH

Ilna paspaboTku 1HM(POBBIX TBONHHUKOB OCTa-
TOYHOTO pecypca pacCMOTPHUM OCOOEHHOCTH KJIacCH-
YeCKOH OIIEHKH JTOJITOBEUHOCTH. B HacTos1Iee BpeMs
CyllecTByeT 60JIbIIIOe KOTMIECTBO CXEM OIIEHKH JI0JI-
roBeuHocTy KoHCTpykmui. [IpeacraBum Takyo cxe-
My HCXOJs1 M3 OCOOEHHOCTEH SKCIepPHUMEHTAIBHOTO
OTIpeNIeJIEHNs YCTAJIOCTHBIX CBOMCTB MaTepHaia
(puc. 1).

B ocHoge mr060r0 pacyera Ha [OITOBEYHOCTH JIe-
JKaT YCTAJIOCTHBIE CBOMCTBA MaTepuata KOHCTPYK-
[WHU, KOTOPBIE MOJIYYaloT A Jab0paToOpPHbIX TJIaj-
KuX 00pasIoB MpH 3aJaHHBLIX 3aKOHE W METOje Ha-
rpy:kenus. CsoiicTBa MaTepuaia MPEACTABIAIOT B
BUIe KpuBOM ycramoctu. lIpemenbHBIN mepexop K
peanbHON KOHCTPYKIIUHM BBITIOJIHAIOT «HAJIOKEHU-
eM» ee KOHCTPYKTOPCKO-TEXHOJIOTHYECKHX (PAKTO-
POB HA yCTaJOCTHBIE CBOHCTBA TJIAIKUX OOpA3IOB.
YYUTBHIBAIOT KOHIIEHTPATOPHI HAIPIKEHWUH, IIepo-
XOBATOCTb IIOBEPXHOCTH, MACIITAOHBIN (DAKTOD, Me-
TOIbI TEXHOJIOTMYECKOTO YIIPOUHEHNUA IeTaIU, aCUM-
MEeTPHIO HarpykeHus (IpegHarpyskeHue BecoM KOH-
CTPYKIIMH, JUHEHHOe ycKopeHwe) u ap. Ilpu stom
00JIBIIHHCTBO (PAKTOPOB CHUKAET CIIOCOOHOCTH KOH-
CTPYKITUH K COIIPOTUBIIEHUIO YCTAIOCTH, 4 YIUTHIBA-
0T UX SMIUPUIECKUMHU 3aBUCHMOCTAMH U K03(pPu-
IIUeHTaMu. B uTOore paccUuTHIBAIOT YHCIO ITUKJIOB
HATPY’KeHUsI KOHCTPYKIINY U, IPUMEHAA OTHY U3 TH-
[OTe3 HAKOIUIEHHUS TOBPEXKIAeHUH (00BIYHO JMHEH-
HYI0 THIIOTe3y CyMMHUPOBAHHUA IIOBPEKIEHHUIH) CO-
BMECTHO C KPUBOH YCTAJIOCTH MaTepuasa, OlleHUBa-

0T JOJITOBEYHOCTh KOHCTPYKImH. C TOUKH 3peHHs
CO3IaHUs UMPOBOTO JBOMHUKA OCTATOYHOTO PECYP-
ca W3IeNuil CyIIeCTBYeT P Cephe3HBbIX MmPobiaeM
JasKe TIPU PACCMOTPEHUM TOJBKO MHOTOITUKIOBOU
YCTaJIOCTH MaTepHUasoB.

Oo6uiue npos6/IeMBbI OIEHKH T0JTOBEIHOCTH
KOHCTPYKIIHI

Hcxoonvie Oarnvle no ycmaaocmuviM C801i-
cmeam mamepuana. OgHON U3 HPOOIEM SBIISETC
IIoJIydeHHrne HUCXOOHBIX MTAaHHBIX MaTepuajaa — KpHu-
BOM yCTAJIOCTH, KOTOPYIO CTPOAT II0 Pe3yIhTaTaM Ce-
PUH HCIBITAHUN 00PA3IOB B TEUYEHHUE JIUTEIHLHOTO
MMPOMEKYTKA BPEMEHH HA Pa3HbIX YPOBHAX ITUKIIH-
YECKOTr0 3HAKOIIEPEMEHHOT0 HATPYKEHUS 10 Paspy-
IIIEHUS WA 00PA30BAHUS OIPENeIeHHON TPEIUHbI.
IIpu sTOM KpHBad yCTAJIOCTH HOCUT BEPOATHOCTHBIN
Xapakrep, Opu4YeM dueM OJuiKe ypOBeHb HAaIps-
JKeHHH K (DU3WYECKOMY IIpeaey BbIHOCIHBOCTH
Marepuaa, TeM 00JbIle Pasdpoc MoJydaeMbIX JaH-
HBIX II0 JOJTOBEYHOCTH 00pasiioB. B menax mabopa
CTATHUCTUKN KPHUBYIO CTPOST JIJisi OOJIBIIIOTO YHCIA
00pasIoB (Ha KaKIOM YPOBHE HCIBLITHIBAIOT MUHHU-
MyMm 4 — 12 00pasiioB, BeIOMPAIOT YeThIpe W 0Oojee
YPOBHE! HAIpAKeHu). B cpegHemM KpuByIo ycTaio-
CTH MaTepuajia ¢ JOCTATOYHBLIM HAOOpPOM IpexcTa-
BUTEJbHBIX JAHHBIX II0JYyYalOT B TEUYCHHE MeECSIIA.
IIpu sTOoM mpepbhiBaHHE UCTBITAHUHN (HA OTAEIBHOM
YPOBHE) He JOIYCKAETCA M0 MPUYNHE PeTaKcaIuu
Marepuaa.

Kax ormeueno Bbiie (cum. puc. 1), KpuByio ycra-
JIOCTH MAaTepuajia MOMKHO ITOCTPOUTH I PA3HBIX
IIPOIIECCOB ¥ METOIOB Harpy:KeHus. Jacro HCIIOIb-
3YIOT METO]l HATPY:KEHUSI PH PACTIKEeHHHU-CIKATHN
KaK CaMbIH ITPOCTOM B PeayiM3ariuyl U 9acTO BCTPe-
yaeMbId B 9KciuryaTarui. OObMMHO IIPOBOAAT UCIIBI-
TaHWS Ha CEPBOTUIPABINYECKUX MAIIIMHAX JJIS I[HK-
JINYECKOTO HATPY:KeHHS Ha pacTiKeHHe-CKaThe.
OmHaKo cliefyer yUUTHIBATE, UYTO HEKOTOPHIE KOHCT-
PYKIIMM TIOABEPraioTCd HATPYKEHHUI0 B pe3yabTare
IoIrepeyHoro uaruba Jub0 KpPydeHwWs, a dalle Bee-
ro — CJIOKHOMY HATPY:KEeHHI0 (MHOTOOCHOE HaIps-
sKeHHOoe cocrosiHume). IMeHHO ucciieoBaHue CIIOMK-
HOTO HATPYKEHUS KOHCTPYKIIMU B MOCTEIHUE TOJbI
TIOJIyYHJIO MIMPOKOe pacipocrpanenue [9 — 13].

Ilpu samanwm pasHBIX 3aKOHOB HATPYKEHUS
IIPU HCHOBITAHUAX HA BBIHOC/IHMBOCTH MOMHO IIOJIY-
YHUTH KAPAUHAIBHO OTIMYAIOIINECT KPUBBIE yCTaJI0-
CTH MaTepuaja. BhIfensor cieaymoliue BUILI Ha-
TPy:KEeHUH: rapMOHHWYEecKoe (Hawmbosiee IPOCTOE B
peanusanuu); mporpaMmuoe (Habop pasHbIX rapMo-
HUYECKUX HATPY:KEeHWI); CTAllMOHAPHOE SPropude-
CKOe rayccoBOe CllydaiHOe; HeCTAllOHApHOe CIIy-
yatiHoe (cM. puc. 1).

Hecmorps ua cymiectByioiee pasHoobpasue Me-
TOIOB M 3aKOHOB HATPYIKEHWS, B CIIPABOYHOH JIKTE-
paTrype mpo6IeMaTHYHO HAWTH ITOJTHOIIEHHbBIE KPH-
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Fig. 1. Features of the structure durability estimation

BBbI€ YCTAJIOCTH MHOTHX MAaTEPHUAJIOB, UCIIOIb3yEMbIX
B MaIlIMHOCTPOEHUH, JaKe JJI1 TAPMOHHYIECKOTO Ha-
TPY:KEHHUSA TIPH PACTIKEHUHU-CKATHH. B JIydiem
cIydae IpUBeJeH IpeJiesl BRIHOCIMBOCTH MaTepua-
na. IlosToMy B pacuerax mpUXOAUTCA UCIOIH30BATD
NpUOIMKEeHHbIE 3HAYEHUS KOHCTAHT ypaBHEHUH
KPHUBOHM YCTAJIOCTH MaTepHaya, YTO CHIIKAET TOY-
HOCTh IIPOTHO3a [OJTOBEYHOCTH, KOTOPBIH M TakK

CUJILHO TIOBEP/KEeH BEPOSTHOCTHOU IPUPOE ycTa-
JIOCTH MaTepuaa.

s cosmauus MUMPOBLIX TBONHUKOB KOHCTPYK-
WA B IEIAX OIEHKH OCTATOYHOM [OJTOBEYHOCTH
Heo0X0IuMO, B IIEPBYIO0 Ouepeb, KOPPEKTHO OIIpee-
JINTDH YCTAJIIOCTHLIE CBOMCTBA MATEepHAa AJII peajb-
HBIX CXEMBI M XapakKTepa HarpyKeHHs SJIEMEHTOB
HCCIIelyeMOro 00beKTa.
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Fig. 2. Approaches to the study of random processes in terms of the durability

Yuem peanvbn020 9KCNAYAMAYUOHHOZO0 HAZDY-
aocenus. B mpormecce skciuryaranuy usnenaus dalle
BCETO IOJ[BEPTalOTCS HECTAIMOHAPHBIM CIyIaHHBIM
mpolieccaM Harpy;KeHHs, CMEIeHHBIM OTHOCHTEIh-
HO HyJd, T.e. HeneHTpupoBaHHbIM. [lox Hecranwmo-
HAPHBIMY IOHUMAIOTCSA MPOIECCHI C M3MEHSIOIITIMH-
¢S BO BpEMEeHU MaTeMaTHIeCKUM OKUAaHueM (TpeH-
IIOM) ¥ KoppensnuonHoi qyuknuei. Mcemenoranue
TaKUX IMPOIECCOB C TOYKU 3PEHUS JOITOBEUHOCTH
SABJIAETCI IEPCIIEKTUBHBIM HAIMPABIEHUEM, KOTO-
poO€e aKTHBHO Pa3BUBAETCS BCJIE] 32 COBPEMEHHBIMU
MeromaMu 00pabOTKHM curHaysioB. Ha mpoTsixeHuwn
BCeH WCTOPHUU PAa3BUTHUS METOMOB OIEHKH ycCTa-
JIOCTHOH JTOJTOBEYHOCTU KOHCTPYKIIMU HCCIeI0BaIn
MMEHHO peajbHble HeCTAI[MOHAPHBIE SKCILIyaTAIlH-
OHHBIE TIPOIECCHI, OJHAKO OTCYTCTBHE BBIUYKCIIH-
TEeJIbHBbIX MOI.[IHOCTeﬁ U IIPOTPECCUBHLBIX IIOAXOJI0B K
00paboTKe CHUTHATIOB He ITO3BOJISIO PACCMATPUBATD
Takue mporiecchl 6e3 ux ymnpoirenuit. Ha puc. 2 mo-
Kas3aHa cxeMa MCCIIeOBAHUS CIIyYaliHbBIX IIPOIIECCOB
C TOYKH 3PEHHS J0ATOBEIHOCTH.

Ha npaxtuke HeneHTPHUPOBAHHBIE IIPOIECCHI,
T.€. IPOIIECCHI C ACUMMETPHEH, IPUBOAAT K IeHTPHU-
POBaHHBIM, KOPPEKTHUPYA ACHMMETPHIO OTHUM U3
METOMIOB TIPU OIEHKE OJTOBEYHOCTU KOHCTPYKIIHE
[13 - 18] (cm. pwmc. 2). HecramuonapHbsiil ciydaii-

HBIY IIpoliecc B caMOM IIPOCTOM BapHaHTe IIPUBOIAT
K SKBUBAJIIEHTHOMY II0 IIOBPEKIAE€MOCTH I'apMOHHU-
YeCKOMY IIPOIlecCy HarpyseHHUd, AJIA KOTOPOTO B
CIIPABOYHHUKAX MOXKHO HAUTH XapaKTEpPUCTUKU BbI-
HocnuBOoCcTH Marepuasna. OmHAKO BO3HUKAET PSf
BaKHBIX (DAKTOPOB, YIECTb KOTOPhIE HE MIPECTABIIA-
eTcd BO3MOXKHBIM. Bo-IIepBBIX, CI0KHO HAWUTH KpPH-
Tepuii, 10 KOTOPOMY Oy/eT OlleHUBAThCSI pPaBHAA MO-
BPEXIAeMOCTh CIyJalHOTO U 'apMOHHWYECKOTO IIpO-
1eccoB. Bo-BTOpBIX, HE yYUTHIBAETCA YACTOTHOCTH
IIpoIleccoB, CKOPOCTh M3MEeHEeHUd aMIIJIUTYZ U IIpo-
NOJIKUTETBHOCTD UX BO3JEUCTBUA. B-TpeThux, UTHO-
PUpPYIOTCS CBOKCTBAa MAaTepHANOB K pelaKcalluy,
0COOEHHO TIPH [JIUTEIHLHON CMeHe YPOBHEH Halpsd-
JKEHUU.

Crnenyromuii sTan B pasBUTHU OIEHKU JOJITO-
BEYHOCTH KOHCTPYKIIMM IIPU CAyYaWHOM HATpyIKe-
HUYM — WCCIIEOBAHUI BO BPEMEHHOU M YACTOTHBIX
obsractax (cM. puc. 2).

Amanus mportecca HATPy;KeHHs BO BPEMEHHOMH
obyracTy opa3yMeBaeT CXeMaTU3aIHhI0 CILyIaiHOTO
mpoIecca, KOTopas 3aKIvaeTcad B BBIIEIEHUU U3
HETO Pa3HbIX 10 YPOBHIO aMIUTUTYJ U IO/CYETe HX
vacroctu. Jlanee 71 OIEHKHM [IOJTOBEYHOCTH WC-
TIOJTB3YIOT IPefieNIbHbIe XapPaKTEePUCTHUKU COIIPOTHB-
JIGHUS YCTAJIOCTH MATEPHUAJIOB, IOJIyYEHHBIE IIPH
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rapMOHUYECKOM HArpykeHuu. B cBa3u ¢ 9THM 1104-
BHJIOCH OOJIBIIIOE KOJIHMYECTBO METOIOB CXeMaTH3a-
MY CIIyYaWHBIX MIPOIIECCOB — IPEJICTABIEHNE UX B
BH/le SKBUBAJIIEHTHOTO IT0 MOBPEKIAEMOCTH Habopa
TapMOHUYECKUX IIPOIIECCOB, YACTb M3 CYIIECTBYIO-
mux MetonoB omumcansl B 'OCT 25.101-83. B ua-
CTOAII[ee BpeMsa HAyYHOE COODIIECTBO OCTAHOBHUIOCH
HA WCIOIB30BAHUU METOMA <«IAJA0IIEero IOKII»
(rainflow-meTos) Kak HanboJIEe JOCTOBEPHOTO C TOY-
KU 3peHus OIeHKu JojroBeuroctu. Meron mamaro-
II[ETO 0K/ OCHOBAH Ha MOCIEA0BATEIHHOM IIPe0s-
Pa30BaHUM SKCTPEMYMOB WCTOPUM HATPYKEHUA B
Ha60p 3aKPBITHIX HETIEeH rUcTepesrca HANPIKEHHU
(wnu medopmarinu) ¥ TPU3HAHUU DTUX METENDb I0JI-
HOIleHHbIMU IuEIaMu. OIHAKO Y METOIOB CXEeMaTH-
3aIlU¥ €CTh ¥ HEJOCTATKU: He YIYUTHIBAETCSA YaCTOT-
HBIHI COCTaB Ipoliecca 1 TpedyeTcs 3HaHue Beel pea-
JIU3AIAN CIYyYaNHOTO MPOIlecca, YTO Jalle BCero He
TIPeICTaBIAAETCI BO3MOKHBIM. C TOYKH 3peHud co3-
naHvs U(POBBIX ABOMHHUKOB H3AEIUA MAIIHHO-
CTPOEHUSA TAKOU BAPHAHT MOXKET OBITH peasn30BaH
MIPY YCJIIOBUM HEIPEPHIBHOTO MOHUTOPWUHTA HAIPS-
JKEHUH B ONACHOM CEYEeHUU M CXEMaTHU3aIuU IIPOo-
1ecca B pesKkrMe peasibHOrO BpEeMeHH .

C pasBuTHeM MaTeMaTUYECKOTO ammapara WC-
clefioBaTeNu MEPeIId K aHAINU3Y CIyJYaldHbIX MIPO-
1IECCOB B 4acTOTHOU ob6iactu. OCHOBHBIMH WHCTPY-
MeHTaMH 37IeCh BBICTYIIAIOT CTATHUCTHUYECKUE Xapak-
TEPUCTUKHU Ipoitecca (MOMEHTBI) U METO]] PasiosKe-
Hus curHana B pax Pypbe, u3 KOTOPHIX CIemyeT
IJIaBHOE OTPAHWYEHWE BCEX TaKWX IIOAXOJ0B —
MOKHO PaccMaTpWBATh TOJBKO CTAI[MOHAPHBIN ra-
YCCOBCKHMI IIpoliecc, 00Jafaiomiuii CBOHCTBOM Bp-
TOAUYHOCTH. B peanbHBIX OKCILIyATAIIHOHHBIX
YCIOBHUAX HArpy’;KeHHe HOCUT HeCTAI[MOHAPHBIN Xa-
paKTep U IepexoHbIe IPOIIeCChl HAPALY CO CTAIlHO-
HApHBIMH YIaCTKaMH IIpoliecca HATPYKEHUSI MOTYT
BHOCHUTH CYII[ECTBEHHBIH BKJIA] B PA3BUTHE ITOBPEIK-
neHui KoHCTpyKiuu. HecmoTpa Ha 5TO crieKTpasb-
HbIEe METOIbI 006JaJal0T PSIIOM MPEUMYIIECTB II0
CPaBHEHHIO C IPYTUMU ITO[X0IaMH: YUUTHIBAIOT Yac-
TOTHOCTB IIPOIIecca, YTO II03BOJISAET OI[EHHBATh BUO-
POIIPOYHOCTh KOHCTPYKIIMH C YyIE€TOM WX JUHAMHU-
YECKUX XApPAKTEPUCTUK (COOCTBEHHBIE YACTOTHI U
dopmbl KoMebaHuU, KO03QPUIHEHTHI AeMIIQUpOBa-
HHA); He TPeOyIoT 3HAHUS BCEH CIyJaiHON peansa-
[IWMU HATPYKEHUs, a IPEACTABIIIOT ee B BUJE «CiKa-
TBIX» CTATUCTHYECKUX MAHHBIX — OCPETHEHHBIX
CIEKTPalTbHBIX XapaKTEPHUCTHK IIporiecca. Takwue
MIO/IXOIbI YACTO HMPUMEHSIOT HA CTAIUM IIPOEKTUPO-
BaHHUsA KOHCTPYKIHWHU [Jd aHAIW3a BIUAHUSI TOTO
WJIM WHOTO IPOoIlecca HArpy;KeHUA B BEPOATHOCTHOU
moctaHoBKe. VIX MOKHO HCIIONB30BATH U /I Helpe-
PBIBHOTO MOHUTOPHWHTA OCTATOYHOH JIOJITOBEUHOCTH
o0BeKTA.

Cosmanve LHUQPOBLIX IBOMHHUKOB [OJITOBEY-
HOCTHM HAIPSIMYIO CBA3aHO C aHAIHU30M JKCILIyarTa-
[HOHHBIX HATPY30K C JATYUKOB B PEKUME Peaslb-

HOTO BpeMeHH. B HacTodIee BpeMs CyliecTBEeHHOH
po6IeMo SBIsIETCS OTCYTCTBHE 3(P(PEKTUBHBIX aJl-
TOPUTMOB HENPEPBHIBHOTO aHAIW3a HeCcTaluoHap-
HBIX CUTHAJIOB C JaTYUKOB JIJIA TIOCIEAYIOIIEH OIleH-
KU J0JITOBEYHOCTH.

Obpabomrka peanvrvlx OdanHblx. BamHeiiue
COCTABIAIOIINE ITU(MPPOBBIX ITBOMHUKOB WU3MEIUH
MaITMHOCTPOGHUA — cOOp OOJIBIITIOr0 o0beMa maH-
HBIX B IIPOIleCCe HKCILIyaTalWu 000PyI0BaAHUA U UX
(unbTpanusas B mensax W3BJIeYeHHWs Haumbosiee IIeH-
HOM WH(pOPMAIINK C TOYKK 3PEHHUsI pecypca u obpa-
60TKa B COOTBETCTBHH C AITOPUTMAMHU MaTeMaTHde-
ckoii mozenu. Mcxomsd m3 3TOrO, YETKO BBIAEIAIOT
npobsieMy, CBSI3aHHYIO C OONBIIUM OOBEMOM IaH-
HBIX, KOTOPBIA HEOOXOAMMO COOHMpATh W XPAHUTH
HA TPOTSIKEHWM JJINTEIHHOTO IIPOMEKYTKA Bpe-
MEHH, TapajielbHO HAKATINBASI CTATUCTUKY OTKA-
30B obopymoBaHusa. Hampumep, oquH AATYHK, He-
MPEPBIBHO cOOUPAs [aHHbIE C YaCTOTOH AUCKPETH3a-
muu 1024 T'n 3a rox mosker cobpars 32 - 102 Touek,
a 00BIYHO WH(OPMAIIHIO MTOIYYA0T HE C OJHOTO, a C
Habopa maruuroB. Ciemyromas mpobiema — obpa-
60TKa TaKoTo 60IBIITIOTO MaccuBa AaHHbIX. [Ipu aToM
[eHHAA UH(POPMAIIHI MOKET COJIEP/KAThCI B BEChMa
orpaHuYeHHOM 00beMe MaHHBIX, B TO BpeMsd KaK COo-
OMparT WX TONHOCTHIO, BEIOUYAS BCE IIyMbl U He-
3HAYUTEIbHBIE C TOYKH 3PEHHS pecypca M3MeHEeHUS
B ycioBuAx paboThl obopyroBanusa. B nacrosiiee
BpeMs 3TOH mpobieme yAeleHO OTAeNbHOe BHHMA-
uwue. Tak, aBropsr pabots! [19] nmpemmaramor npume-
HATDH AMCKPETU3AINI0 CIIyYaHHOro Ipoiiecca o Me-
TOMy IIepeceueHusi ypPOBHEH, YTO SBIsSeTcI 000cC-
HOBAHHBIM pEIIeHWEeM C TOYKH B3PEHMSI (DU3WKN
HAKOIJICHUSI TIOBPEKIEHWN M II03BOJIIET CyIIe-
CTBEHHO ONTHMH3UPOBATH IIPOIecc cbopa uHpopma-
. C Ipyrodl CTOPOHBI, CYHIIECTBYIOT M HECTaH-
IapTHBIE METOAbI (PUIBTPAIUU AAHHBIX HATpy:Ke-
HAS — C IPUMEHEHHWEM METOI0B IeKOMIIO3UITUN
cay4JadHBIX curHasios [20].

Takum obpasom, HEOOXOAMUMBI METOABI (PHUIIBT-
paIuu U IpeiCTaABIeHUs JaHHBIX B CKATOM (hpopma-
te. Camas rmaBHasA mpobiieMa — CO3[jaHue aJITOPHUT-
MOB MaTE€MATHYECKOH MOJENH, KOTOpPbIE IOKHBI
opmupoBaThCA HA OCHOBE KaK (PU3MUECKUX 3aKO-
HOB SIBJICHUS JOJITOBEUHOCTH, TAK U CTATUCTUIECKUX
MAHHBIX C JATYUKOB, JJII MMPOTHO3a OCTATOYHOTO pe-
cypca B peasibHOM BPEMEHHU IIPH JIeHCTBUHU SKCILIya-
TAIMOHHBIX HATPY30K.

CrpykrypHasa cxemMa nudpoOBOro JBOHHUKA
IJIA OLEHKH [0JITOBEIHOCTH

B obmiem Bume cTpyKTypHAs cxema IH(POBOTO
IBOMHUKA VIS OLEHKHU IOJITOBEYHOCTH MOYKET OBLITH
mpezcTaBieHa B BUAe Habopa MU(POBBIX MOMIENIEH.
B rauecTBe mpuMepa Ha puC. 3 NpPHUBEIEHA CXeMa
r¢POBOTr0O IBOMHUKA pPAMbl H3THOO-PACTIKHOM Ma-
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Puc. 3. CrpyrrypHasn cxema I{i(ppoBOro JBOMHUKA AOJTOBEYHOCTH HA IIPUMEPEe PaMbl U3TH00-PACTIIKHON MAIIMNHBI METAILIYP-
rugeckoro npoussozacTsa (CIIM — cnexrpanrpHas IIOTHOCTH MOIITHOCTH)

Fig. 3. Structural diagram of the durability digital twin in the case study of the frame of a bending and stretching machine in

metallurgical production (PSD — power spectrum density)

IIWHBI JIUCTOIIPOKATHOTO I[eXa METAJIyPTUIECKOTO
IIPOM3BO/ICTBA.

[udposyro Momenb 00BEKTa MIPENCTABISIIOT B
BHUJIe HA00PA TEXHOJIOTHUYECKUX MaTINKOB (TaTINKOB
ACY TII) u 10omOIHATEIHHO YCTAHOBIEHHBIX JaTYH-
KOB (akcerepoMeTpoB, TEH30/aTYMKOB), KOTOPbIE
HEIPEPBIBHO 00pabaThIBAIOT U OOHOBIAIOT KOHEY-
HO-3JIEMEHTHYIO PACYeTHYI0 MOfiesnb. B manHoM ciry-
yae BO3MOJKHBI J[Ba BapHAHTA OLIEHKU [OJTOBEYHO-
CTH — BPEMEHHBIMH WM YaCTOTHBIMH METOIaMH.
Ha prc. 3 nmpeacrasiena cxema ¢ IpUMEHEHHEM Yac-
TOTHBIX METOJ[OB U OIIEHKOM CIIEKTPaJIbHOM IIJIOTHO-
cru morquoctr (CIIM) HampsskeHui. Y4uTbIBas
KPHUBBIE YCTAJIOCTH MaTepHayia, MOJyYeHHbIE g
PaBHBIX CXeM HATPY:KeHHUA, IPUHUMAA BO BHUMAHHE
MHOTOOCHOE CJIOJKHOEe Harpy:KeHue, a Tak:Ke KOHCT-

PYKTOPCKO-TEXHOJIOTHYECKHEe (DAKTOPBI, OIIEHHUBAOT
TEKYIIYIO 0JTOBEYHOCTh, KOTOPYIO B UTOTE CPABHU-
BaIOT C IMIPOEKTHOM ¥ B BEPOATHOCTHOM TOCTAHOBKE
YKasbIBAIOT OCTATOYHYIO I0JrOBEYHOCTH OOBEKTA.
IIpu sToM Bo3MO:kHA OOpaTHAA CBSI3b — ONTHUMH3a-
IS TEeXHOJIOTMYECKOTO IIpollecca I KOHTPOIS U
yBenmueHus pecypca o0berra. OuTUMHU3anuio ocy-
[IECTBISIOT I[yTeM BUPTYAJIbHOM CUMYJAIIMHU TIOKA-
3aHUU JATYNKOB W aHAIN3a ITOBEICHUSI IU(POBOM
MOJIEJIH JOJATOBEYHOCTH.

BriBoabl

CdopmymupoBanb! mpobieMbl co3manus 1udpo-
BBIX JBOMHHKOB JIOJITOBEYHOCTH U3JAEIUM MAIIWHO-
crpoerus. [lepeurncium 0OCHOBHBIE UX HUX:



74 «3aBoackasa Jaboparopus. [[maraocruka marepuanos». 2023. Tom 89. Ne 8

1) ompenenenue 00bEKTA MHU(POBOrO ABOMHUKA
(oTmenbHAA IETaNb, Y3€I WIH U3eIne B IeJIoM) —
IIpU TEpPexofie OT KOHKPETHBIX [AeTaneil K oO0Iei
KOHCTPYKIIUM H3JIE/Hs BO3PACTaeT IIOTPEIIHOCTh
MPEeIUKTUBHON MOJeNH, OOBIYHO BbI3BaHHAA 0O0JIb-
[IAM KOJIMYECTBOM HEYUITEHHBIX (DAKTOPOE;

2) Bamupanua BUPTYAILHOM MOIEIU TEeTaJH,
y3J1a WU U3IeJIUs;

3) dmrbTpanua JaHHBIX C JATIUKOB U BBIZEIIE-
HHe Hawboiee IMEHHOW MH(OPMAIIUHM C TOYKU 3pe-
HUA OIIEHKU pecypca;

4) BBIOOD MOJENH OIIEHKH pecypca U3IeIus
(crieKTpasibHbIe, BpeMEHHbIE METObI UIX UX KOMOH-
HAIIUN);

5) mosyueHre WCXOIHBIX [AAaHHBIX XapaKTepH-
CTHK BBIHOCJIMBOCTH MaTe€pHUaIOB, UCIIOJIB3yEMBIX B
KOHCTPYKIUH (C y4eToM IIpoIlecca WM MeToda Harpy-
JKEHUT);

6) TOYHOCTH BafaHWsA KO3(P(PUIIMEHTOB ydera
KOHCTPYKTHBHO-TEXHOJOTUYECKUX (PAKTOPOB IIpH
OIIEHKE [0JITOBEYHOCTH TPATUIIHOHHBIMH METOIaAMH.

dunaHCcupoBaHHE

HccnemoBanue BBIMOMHEHO 3a cuer rpauTa Poc-
cuiickoro HaydHoro gouma Ne 23-29-10097, https://
rscf.ru/project/23-29-10097.
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M3HOCOCTOMKOCTH KOMIIO3UITMOHHBIX MATEPHUAJIOB
HA OCHOBE CBEPXBBICOKOMOJIERYJIAPHOI'O ITIOJINSTUJ/IEHA
C ROMBUHUPOBAHHBIM HAIIO/THEHUEM

© Amnnpei IlerpoBuu Bacuianerl, Caxaaua HukonaesHa /laanaoBal®,
Anrannaa AnekceeBHa OxmonkoBal, Adpanacuii ArexceeBud
Hbaxkonosl2, Anacracua BacuiaseBHa OxonenmrnukoBal,
Hrops CepreeBnua Maxapos!

1 Cesepo-Bocrounsrii dpenepansubrii yuusepcurer uMm. M. K. Ammocosa, Poccus, 677000, xyrck, yiu. Benrurckoro, 1. 58;
*e-mail: dsn.sakhayana@mail.ru
2 Wucrutyt dusuro-rexumdeckux npobnem Cesepa um. B. I1. Jlapuornosa CO PAH, Poccus, 677000, AxyTck, yia. Oxrabpbckasd,

o 1.

Cmamwps nocmynuaa 28 dexabps 2022 2. ITocmynuaa nocae dopabomru 27 ¢hespans 2023 2.
Ipunsama k nybaurayuu 30 mapma 2023 2.

ITonuvepnsie kKommosuimonubie Marepuans! (IIKM) anTHhpPUKIMOHHOTO0 HABHAYEHUA C CAMO-
CMAa3bIBAIOIIUMUCS CBOMCTBAMY HAXOIAT IIPUMEHEHUE JIJIs N3TOTOBJIEHUS PAsINIHbIX [EeTAJIEeH B
y37IaxX TPEHHUs MAIIMH ¥ MeXaHu3MoB. 1]enb paboTsl — ucciieoBaHye BIHUIHUS HAIOTHUTEIEH
(cynbenamuna 11, cepbl, OKCHIOB MATHUS ¥ IUHKA) HA TPUOOIOTMUECKHE [TAPAMETPHI OJIUMEp-
HBIX KOMIIO3UI[MOHHBIX MATEPHUAIIOB HA OCHOBE CBEPXBBICOKOMOJIEKYJIAPHOTO MOIMITUIEHA
(CBMII9S). O6pasisbl 1yis MCCIeIOBAHNN M3TOTABIMBAIN METOIOM TOPSYEro IIPECCOBAHUST —
pu Temmeparype 175 °C u gasnerun 10 MIla. PaccmaTpuBaiy KOMIIOSUTBI ¢ KOHIIEHTPALISIMEA
mamonuurenei: 0,5 u 1 % mace. cynabdenamuna; 0,5 u 1 % mace. cyiabpenamuna ¢ cepoit; 0,5
u 1 % macc. cynbenamuia ¢ cepoii ¢ BapuaIuel OKCHa IMHKA WK OKCHIa MarHus. Y CTaHOB-
JIEHO, YTO BBEJIEHUE Cyib(eHaMuia MPUBOAUT K MOBBIIIEHHI0 H3HOCOCTOMKOCTH B IIECTh Pas,
a BBeneHue KoMbuHanuy Hanonuaurenei 0,5 % macc. cyabgeHaMuna, cepbl U OKCHIA MarHua —
B 1,5 pasa. [loBepxHOCTH TpeHUA KOMIIO3UTOB HCCIEOBAIN HA CKAHUPYIOIIEM 3JEKTPOHHOM
mukpockore u MK-cnexrpomerpe. Ha moBepxHOCTSAX TpeHUs KOMIIO3UTOB, HAIIOJIHEHHBIX CYJIb-
(beramuiom, BEISBIEHO (DOPMUPOBAHIE OPUEHTHPOBAHHON YIIOPSAOYEHHON CTPYKTYPHI B BHIE
KJIACTEPOB M3 IIPOLYKTOB H3HOCA. B ciiyyae KOMOMHUPOBAHHOIO HAIIOIHEHHUA HA IIOBEPXHOCTH
TpeHusi 00HAPYKEeHbI BTOPUYHbBIE CTPYKTYPHBI, OTIIMIAIOIINECST BH3YaJIbHO OT IIOBEPXHOCTH Tpe-
muss CBMIIO. Meromom MK-crieKTpoCKOIIuy ITOBEPXHOCTH TPEHUS KOMIIO3UTOB C KOMOMHMPO-
BaHHBIM HAIIOJHEHHWEM YCTAHOBIEHO mosgBireHrne nuKoB B MK-cmekTpax, COOTBETCTBYIOIINX
rucmopoacomepaxarum rpymmam (—C=0, -COOX). Ilokasawo, uro MK-crieKTpbl KOMITO3UTOB C
MOHO- ¥ OMHAPHBIMH HATIOIHUATEIAMH NUMEIOT MeHee HHTEHCUBHbIE ITUKU Oaropapst popMupo-
BaHUIO BTOPUYHBIX CTPYKTYp. Beenerre B CBMIIO cynbenamuma coBMECTHO € OKCHUIAME [IUH-
Ka ¥ MarHUA CII0COOCTBYET CIIMBKE MAKPOMOJIEKYJI [IOJIMMEPA B 30He TPEHUA 3a CUeT (PPUKI[HOH-
HOTO HarpeBa, CIBUTOBBIX HATPY30K M BO3IEUCTBYS KOHTpTeNa. Paspaboranibie MaTepuasibl MO-
ryT OBITH UCIIOIB30BAHBI I H3TOTOBJIEHUS eTaIel Y3108 TPEHUS MAIITNH U APYTOM TPAHCIOPT-
HOM TEXHUKH, ITIOCKOJIBKY BBIIEP/KUBAIOT JKECTKHE YCIOBUA DKCILIyATAIlNH B PE3KOKOHTUHEHTA-
JILHOM KJIIMaTe.

KiroueBbie CiIoBa: CBEPXBHICOKOMOJIEKYIISAPHBINA IIOJUITHIEH; IOJIUMEPHBIA KOMIIO3UIIHOH-
HBIA MaTepuas; KOMOMHUPOBAHHOE HAIIOIHEHUE; cepa; cyiabpeHamun 11; okcua MUHKA; OKCH
MarHus.

WEAR RESISTANCE OF COMPOSITE MATERIALS BASED ON ULTRA-HIGH
MOLECULAR POLYETHYLENE WITH COMBINED FILLING
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Polymer composite materials (PCM) of antifriction duty with self-lubricating properties are used for the
manufacture of various parts in friction units of machines and mechanisms. PCM can partially replace
parts made of metals and alloys, increasing the reliability and service life of the equipment when the use of
oils or external lubricants is limited or prohibited. The goal of the study is the effect of fillers (sulfenamide,
sulfur, magnesium and zinc oxides) on the tribological parameters of polymer composite materials based
on ultra-high molecular weight polyethylene (UHMWPE). Samples were prepared by hot pressing at a
temperature of 175°C and a pressure of 10 MPa. Composites with filler concentrations 0.5 and 1 wt.%
were considered (for sulfenamide, sulfenamide with sulfur, and combinations of 0.5 and 1 wt.% sulfen-
amide with sulfur and zinc oxide or magnesium oxide). It is shown that the introduction of sulfenamide
leads to an increase in the wear resistance by six times, and the introduction of a combination of fillers of
0.5 wt.% sulfenamide, sulfur, and magnesium oxide — by 1.5 times. The friction surfaces of composites
were studied using methods of scanning electron microscopy and IR-spectrometry. The formation of an
oriented ordered structure in the form of clusters of wear products was revealed on the friction surfaces of
composites filled with sulfenamide. In the case of combined filling, secondary structures were found on the
friction surface, which visually differ from the UHMWPE friction surface. The appearance of peaks in IR
spectra corresponding to oxygen-containing groups (-C=0, -COOX) was observed on the friction surface
of composites with combined filling. It is shown that IR spectra of composites with mono- and binary fill-
ers have peaks of less intensity due to the formation of secondary structures. The introduction of
sulfenamide into UHMWPE, together with zinc and magnesium oxides, promotes the crosslinking of poly-
mer macromolecules in the friction zone due to frictional heating, shear loads, and the action of a
counterbody. The developed materials can be used as parts of friction units for cars and transport equip-
ment that can withstand harsh operating conditions in a sharply continental climate.

Keywords: ultra-high molecular weight polyethylene; polymer composite material; combined filling; sul-

fur; sulfenamide; zinc oxide; magnesium oxide.

BBenenune

Cosmanue HOBBIX KOHCTPYKIIMOHHBIX MaTepHa-
JIOB U3 IIOJMMEPOB, 00JIaJA0IINX BBICOKOM IIPOYHO-
CTBI0O ¥ M3HOCOCTOMKOCTHIO, — IIePCIIEKTHBHOE Ha-
mpasiienne B MartepuanoBenenun [1]. Msmemua wus
IMOJIMMEPOB HAXOAAT IIHPOKOEe IPUMEHEeHNe B aBua-
[MOHHOM ¥ pPAKEeTHOW IIPOMBIILIEHHOCTH, CyI0-
CTPOEHHUH U MAIIHHOCTPOEHUH, CTPOUTEIbHOM HH/LY-
CTPHH, MEIUIIWHE U IPYTUX 00JIaCTAX HAPOILHOTO XO-
saucrea [2]. IlomuMmepHbIe KOMIO3UITMOHHBIE MaTe-
puansl (IIKM) uMeroT HU3KYIO IUIOTHOCTD, BHICOKHE
MOJYJIb YIPYTOCTH W YAEIbHYIO IIPOYHOCTb, KOHCT-
PYKIIMH U IEeTAIHU W3 HUX OTJINYAIOTCA JIATEIbHBIM
CPOKOM CIIy:KObI, II0 CPABHEHHUIO C METAJIJIaMU OHU
JIETKO I1epepabaTbIBAIOTCA B U3IEIUs CIOMKHON (op-
MBI ¥ C MEHBIIIUM BECOM, UTO JOIOJHUTEIHLHO YIIPO-
IIIaeT TeXHOJOTHIeCKui mpoirece [3].

B mocnemmve mecaTuieTHs CBEPXBBHICOKOMOJIE-
kynsapusii nonustwien (CBMIIO) akrusuo BHEID-
eTcs BO BCe OTPAC/IM IIPOMBIIIJIEHHOCTH Gaaromaps
ero yHukKaJIbHbIM cBoiicTBam [4]. CBMIIO obmamaer
BBICOKHMMU IIPOYHOCTBHI0O U XUMUYIECKOU CTOMKOCTHIO,
M3HOCOCTOMKOCTHIO ¥ HU3KUM KO3(P(PUITMEeHTOM Tpe-
HHS, 4TO TpedyeTrcs Misd aHTU(QPPUKIIMOHHBIX H3JIe-
auii [5]. CymecTByioT pasiwdHBbIE CIIOCOOBI MOIH-
duramun CBMIIO, nanpumep, Takue Kak BBeIeHUE
HAIIOJIHUTENeH B MaTpuily [6], TeXHOJIOTHYeCcKuiu
METOJ U3MEHEHHS CBOMCTB IIOJIMMEPHON OCHOBBI IIy-
tem obpaborku CBY u ¥3 [7, 8], paguannontoe us-
nyuaenne [9], mexamoarkrusBarnmsa [10]. Bmaromaps
MOAMDUKALIUN JOCTUTAIOTCSA TPebyeMble sKCILIyaTa-
[MOHHBIE CBOMCTBA MATEPHAJIOB. BBeeHre pasHoro
poa HAIOJHWUTENeH B MOJUMEPHYI MATPHILy —

BecbMa d(pPeKTUBHBIN CII0COO0 M3MEHEHUS CBOMCTB
A Tpebyembix 3amad. OgHAKO B psAme cioydaes HC-
MIOJIb30BAHNE YKA3aHHBIX METOJ0B HE IPHUBOAUT K
MOCTATOYHOMY YIYUIIEHHWIO KOMIUIEKCA (DU3UKO-
MeXaHW4YeCKUX W Tpubogormueckux csoiictB. Tax,
MpY BBEJIEHUH HATIOJHUTEJST B MATPUILY MOKET Ha-
osronarhes ciraboe Mesk(asHoe B3auMOIeHCTBHE Me-
sy Humu. sBectHo [11], 9To mMEHHO 9TO B3aUMO-
IeficTBHE OTBEYaeT 3a HAJEeKHOCTh IMOJIUMEpPHBIX
KOMIIO3UTOB IIPU UX SKCILIYATAIIHH.

IIpu paspaboTke QyHKIIMOHATHLHBIX U KOHCTPYK-
[MOHHBIX MATEPUAIOB OJHUM W3 HAIPABICHUH fB-
nserca usroropienrie ITKM ¢ KomM6uHMpPOBAHHBIME
HATIOJTHUTEIAMHY, OTIMYAIOIUMHUCT 10 XUMHUYECKUM
nubo dusugeckum cBoiicrsaM. [lpu mpaBuabHOM CO-
YeTaHWHU HECKOJIbKUX MOIU(PUKATOPOB MOKHO IIOJIY-
YUTh KOMIIO3UT ¢ TpebyembiMu cBoicTBamu. llpum
KOMOWHHUPOBAHHOM HAITOJTHEHWH KaKIbIA KOMIIO-
HEHT TI0-pasHOMY BO3[EHCTBYyeT Ha IOIUMEPHYIO
Marpuily [12], HanpuMep, COBMECTHOE HAIIOJHEHIE
I[IT®O ciaoncrbIMu CHIMKATAME U YIJIEPOIHBIM BO-
JIOKHOM TIO3BOJIIET IIOBBICHUTH H3HOCOCTOHKOCTD
KoM103uTOB B 850 pas m IpOYHOCTH IIPHU CIKATUH —
Ha 60 %.

B mammoit pabore mpemioKeHo IS MOAUHUKA-
nuu CBMIIO wncmonb3oBaTh KOMOMHALIAIO HOOABOK
opraHu4eckoro moauduraropa cyiabpenamumna 1]
(CBS) coBmecTHO ¢ cepoii u okcugamu. Mcronb3osa-
HUe TMOJ00HOH KOMOWHAIIMHN HAIIOJHUTENeH pac-
cMoTpeHo B paborax [13 — 15], B KOTOphIX HCCIEno-
BaHAa CIITUBKA MOJUITUIEHA C IIOMOII[BIO CEPhI B IIPH-
cyrcrBun 2-mepranrobenstuasona (MBT), rerpame-
tuntuypamaucynbpuna (TMTH) u nudenunryanu-
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muaa (JJPI'). ABTopbl 3THX PAbOT OTMEUYAIOT, UTO
CIITMBKA ITOJIMATHUIEHA ITPOUCXOIUT C POPMHUPOBAHHU-
eM Cyab(UAHBIX MOCTUKOB MEKIY MaKpOMOJIEKyJIa-
mu. Panee [16, 17] 6buiei mpUBeeHBI PE3YIBTATHI
uccinenoBanus moguduiuposanus CBMIIS cepoit,
IuPeHUATYAHUIAHOM U 2-MepKarTO0eH3THA30I0M
M HUX CMECIMH. ¥ CTAHOBJIEHO, YTO MOIH(PUIIAPO-
auue marputibi CBMIII cepoit u [ PI" npusogut
YBEJIWYEHUIO pe/iesia MPOYHOCTH IIPH PACTIKEHHH.
Ilpu wmcmonb3oBaHWM B KaYeCTBE HATMOJIHUTEST
MBT nab6moganoch HOBBIIIIEHHE IPOYHOCTH U YIIyd-
[IIEHWe W3HOCOCTOMKOCTH C COXpaHeHWeM Ko03(du-
[UEeHTa TPeHHUA. Y IydlleHne H3HOCOCTOHKOCTH CBi-
3aHO C¢ (pOpMHpPOBAHWEM BTOPUYHBIX CTPYKTYP Ha
noepxuoctu Tpeuus [TKM, ¢ xuMmudueckodl axkTuB-
noctbio MBT.

B maunoii pabore HCIIONB30BAIU CyIbgeHAMUL
Il — ua ocuoBe MBT u umupna o-pranesoit Kucio-
ThI, COJIEPIKAIIEH B CBOEM COCTaBe YCKOPHUTEIb BYJI-
KAHU3AIlMU U 3aMeJINTeb MoAByIKanusanuu [18].
B kauecTBe apMUPYIOIUX BIEMEHTOB MATPHUIILI HC-
MIOJIL30BAJIA OKCHJBI IIMHKA U MarHud KaK akTHBa-
TOPBI BYJIKAHU3AIUHA B PE3UHOBBIX CMECHX.

ens paboTsr — wmccaenoBaHHEe BIUAHUA CEPHI,
cyabeHaMHIa, & TAKKE OKCHUIOB IIMHKA W MATHUI
Ha TPUOOJIOTHIECKHE CBOUCTBA U CTPYKTYPY ITOBEPX-
woctu Tpeuus [IKM ua ocaoBe CBMIIO.

Marepuaabl 1 METOAbI UCCJIE€TOBAHUA

Obvexmut uccnedosarus. B KauecTBe mommumep-
HOH MATPHIIbl UCIIOJIb30BAIH CBEPXBBICOKOMOJIEKY-
smspubii moustriied mapku GUR 4022 mpousson-
crBa ¢upmbl Celanese (Kurait) ¢ MoexynaspHOi
Maccoi 5 MJTH I/MOJIb U CO CPeIHUM pasMepoM dac-
turt 155 mrMm. HamonaurensaMu ciiy:KuIu KOMIIOHEH-
ThI, IPUMEHSIEMbIe I BYJIKAHU3AIUNA PE3HUHbBI, Ta-
kre kKak cynabgenamun I (TY 113-03-469-80,
T, =98,2°C) — ycrkopurenab 3aMemJIeHHOTO M-
crBus; cepa mosoras (TOCT 127.4-93) — Bynkanu-
supymooimiee BemectBo; okcuy Maraua ('OCT
4526-75) u oxcun nmara (I'OCT 10262-73) — axk-
THBATOPHI BYJKAHU3AINNA U MOIUQPUITAPYIOIIHE 10-
0GaBKM Ui yIydIIeHUs (PYHKIMOHAIBHBIX CBOHCTB
pPesHMHOBBIX wu3aenuii. MaccoBas KOHIIEHTPAIIUS

Ta6auma 1. Cocras u cooTHOIIeHHe KOMIIOHEHTOB B [TKM
Table 1. Composition and ratio of the components in PCM

KOMIIOHEHTOB U ux coorHourernue B CBMIIO npuse-
IeHsl B Ta0iI. 1.

Memodvt uccnedosarus. Kommounentsr ITKM me-
pEeMeIInBaju B JIOIACTHOM CMECHTE e IIPU CKOPOCTH
ppamenus poropa 1200 06/muu. Kommosumuounyo
cMech 00pabaThIBAIM METOOM TOPSYero IpeccoBa-
Hus Ha rugpasiandeckoMm mpecce [IKMB-100 («HMwm-
Iyabc», Poccus) mpu temmeparype 175 °C u masie-
aun 10 MIla B Teuenue 20 MuH, manee OXIagaiu
no 80 °C oy maBienuem. M3 nmomyueHHoro MaTepua-
Jla U3TOTABIUBAIY IMIHHAPUIECKHE 00pasIibl AHa-
metpoMm 9,80 = 0,05 mm u BIcOTOH 20,0 = 1,0 MM.

Ilns omnpemeneHuss TPUOOJOTHYECKHUX CBOKCTB
IIKM wucnonbsoBanu tpubomerp UMT-3 (CETR,
CIITA). HcnbiTanus TPOBOAUIN IIPU CIAEAYIOIIUX
ycaoBusax: yaenbHas Harpyska 1,9 MlIla; ckopocth
croibkennss 0,5 M/c; cxema TpeHus «mayjern, —
IIUCK»; BpeMs UCILITaHWI — 3 4. B KauecTBe KOHTp-
TeJa WCIOJAb30BAJIM CTATbHOM TUCK u3 craau 45
tBepaoctbio 45 — 50 HRC u mepoxoBaTocTsio R, =
= 0,06 — 0,08 mgm. IlmoTHOCTL OIIpEmeNsaan MeTo-
IOM THIPOCTATHYECKOTO B3BEIIUBAHUSI COTJIACHO
I'OCT 15139. Maccer ITKM g0 u mocne usHammsa-
HUA WU3MEPAIN Ha aHAIUTHYECKUX Becax Discovery
DV215CD (OHAUS, Illseiiriapus) ¢ TOYHOCTBIO 0
0,00001 r.

IloBepXHOCTD TPEHHUSA HCCIEHOBAINA METOMAMU
HEK-cueKTpoCcKOIuy U CKAHUPYIOIIEH 3JIeKTPOHHOM
vukpockonun (COM). UK-cmexrps momyuanu Ha
crrekrpomerpe Varian 7000 FT-IR (Varian, CIIIA) c
[IPUMEHEHHEM IIPUCTAaBKKM HAPYIIEHHOIO IIOJIHOTO
puyTpenuero orpaxkenus (HIIBO). Mukpodororpa-
¢uu mosydasu Ha DIEKTPOHHOM MHUKpPOCKore JSM-
7800F (Jeol, dmouus) B pe:kuMe BTOPUYHBIX DJICK-
TPOHOB IIPYA HU3KOM YCKOPSIOIIEM HAIIPSIKEHIH.

PesyabTaThl H X 006Cy:KIeHHE

Ycranosneno, yro mamomuernne CBMIID dymx-
[MOHAIBHBIMA MOAU(DUKATOPAMH MPUBOJUT K II0-
BBIIIEHUIO H3HOCOCTOHKOCTH (TabI. 2).

Ananns TpuGOIOrHIECKUX MCCIETOBAHUM TTOKA-
3ai, uro Beegenue B CBMIIO toabko cynbdenamu-
na 6oyiee yBEITMUUBAET U3HOCOCTOMKOCTH MCXOJHOTO
mosiMMepa, YeM BBeJleHHe NPYrux KoMmo3utos. Ko-
apurment Tperus scex [IKM npaxruuecku He us-

HOMep KOMIIO3UTa

Kommonenrsi, % macc.

1 2 3 4 5 6 7 8 9
CBMIIS 100 99,5 99 98,5 98,5 99 98 97 97
Cynbdenamun 1 — 0,5 0,5 0,5 0,5 1 1 1
Cepa — — 0,5 0,5 0,5 — 1
Oxcup MuHEA — — — 0,5 — — — 1 —
Oxcun Margus — — — — 0,5 — — — 1
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MEHSEeTCSI OTHOCHUTEIHHO MCXOMHOTO obpasma. ycra-
HoBmeHo, uTto BBememme 0,5 % macc. u 1 % macc.
CBS B ucxogHBIN ITOIUMEP CHHKAET CKOPOCTH Mac-
COBOTO M3HAIIIMBAHUA B I1ecTh pas. [Ipu moguduka-
UM TOJUMEPHOM MAaTPUIBl KOMOMHUPOBAHHBIMU
nanonuurensmu (0,5 % mace.) Tpubosoruyeckue
CBOMCTBA M3MEHAIOTCA CIEAYIONUM 00pa3oM: BBeIe-
ure CBS ¢ S mpuBoguT K MOBBIIEHHUIO CKOPOCTH
MaccoBOr0 M3HAIIMBAHUA HNpuMepHO Ha 16 %; ecnu
9TH KOMIIOHEHTBHI [OIONHEHbI OKcumamu ZnO u
MgO, umabaogaerca cHM:KeHHEe CKOPOCTH MaCCOBOTO
W3HAMMBaHUA IpuMepHo Ha 16 u 33 % coorBet-
CTBEHHO.

Kax Bummo m3 Tabm. 2, CKOPOCTbh MAcCOBOTO M3-
mamuBanua [IKM npu BBemernun CBS ¢ S B komnu-
gecTBe 1 % Mmacc. nioBbimaerca Ha 50 % OTHOCHTENb-
HO IAaHHOHW xapakrepucTHkH wucxomuoro CBMIIS.
s xommosuros, cogepsxammx CBS u S ¢ ZnO win
MgO B CBMIIS, 3HaueHus CKOPOCTH MAacCCOBOTO
W3HANTMBAHUA yBelruuuBaiored Ha 75 % u 8 % coor-
BETCTBEHHO.

YcraHOBIEHO, YTO BBeAeHWEe MOAU(PUKATOPOB
COBMECTHO C OKCHIaM{ MarHUA ¥ ITUHKA IPHBOIUT
K HeKoTopoMmy moBbimiennio miotTHoctu [IKM, uro
corjiacyercsi C yBEIWYEHHEM YIeIbHOH Macchl
KOMIIO3UTA TPHW BBEIEHHUN HEOPTaHWYIECKUX dac-
tur. Tak, mmoraocrs ITKM ¢ copmepsxanwmem
1 % macc. KoMILIEKca C OKCHUIOM ITMHKA COCTABIIAET
0,964 r/cM3, ero cKOPOCTh MACCOBOTO HU3HAIIUBAHUSI
HECKOJIBKO BBIIIIE, YeM HCXOTHOTO.

IloBbIllleHHE CKOPOCTH MACCOBOTO H3HAIIMBA-
HUS KOMITO3UTOB, cojepskainux CBS u cepy (0,5 %
Macc. u 1 % macce.), BOBMOYKHO, CBSI3aHO C T€M, YTO
IpU TPEHWW HEPOBHOCTH CTAJIBHOTO KOHTPTENIa
abpasusuo BosgeiicreyorT Ha ITKM. Ilpu BBemenun
B CBMIIO oxcumor ¢ CBS u cepoit (0,5 % macc. u
1 % macc.) ero M3HOCOCTOMKOCTH HECKOJBKO YIIyd-
maercsi. Bo3MOKHO, OTHOCHUTENIBHO «MATKUM» Ha-
TIOTHUTENb Cepa, KOTOPBIA PACIPENenaeTcsa MEKIY
Kpucrasiuramu [16], cmabo samuiaer moBepxHOCT-
HBIN CIOU IOJIUMepa B OTIWYME OT OKCHUIOB, KOTO-

Ta6auma 2. Tpubonoruueckue coricrsa u mwiorHocts [IKM
Table 2. Tribological properties and density of PCM

pble B JaHHOM CJIydae — CPaBHUTEIBHO «TBEPIbIN»
HATIOJTHUTEb.

Hnsg o0bsAcHEHHWS TIOJYYEHHBIX pPe3yJIbTATOB
MPOBEEHO WCCIe0BaHWe ITOBEPXHOCTH TPEHUS
IIKM meTromoM CKaHHPYIOIEH 5JI€KTPOHHOM MUKPO-
ckoruu. Ha pwuc. 1 mpuBemenbl MOPQOTIOTHU II0-
Bepxuocreit Tpenus CBMIIO u ITKM. Buagno, urto
MMOBEPXHOCTH Tpenus ucxomuoro CBMIID ortuuaer-
csl HajauIueM OOpPO3J0K, OPHEHTHPOBAHHBIX BIOJIb
nytu Tpenus (puc. 1, a). Boposnku HA moBEepXHOCTH
tpeuns CBMIIO o6pasyroTcsa B pesyabrare IIacTH-
YecKoi med)opMaIiy MaTPHUIIBI € TTOCTELyOIIHAM Ha-
pacranueM MexXaHWJeCKHUX TUCTEPE3UCHBIX MIOTEPH B
TIPUIIOBEPXHOCTHOM CJIO€, IIPOUCXOIUT TaK HAa3hI-
BaeMblil aOpasuBHBIN U3HOC U3-3a IIIEPOXOBATOH IT0-
BEPXHOCTH CTaJIbHOr0 KOHTpTena (MUKpOpesaHue
BeicTymamu). Jlanee MopdoIorus moBePXHOCTH TPe-
Hua CBMIIS dopmupyercesa 3a cuer MHOTOKPATHOTO
IIOBTOPEHUS TAKHX IIPOIIECCOB, IIPU dTOM 0Opasyer-
cs1 paBHOBECHAS IIIEPOXOBATOCTb MOBEPXHOCTH TPE-
HHA, KOTOpasA CHIbHO OTJIMYAETCA OT UCXOJHOH IIIe-
POX0BATOCTH KOHTAKTHUPYIOIIUX TENl ¥ HE 3aBUCUT OT
uee [19]. Kommosur, comep:xamuit CBS, umeer me-
Hee 3aMeTHbIE OOPO3IKH, HAa ITOBEPXHOCTH TPEHUS
HaOI0AI0TCI BTOPUYHBIE CTPYKTYPHI C IIPABUIIb-
HOH TeOMEeTPHUYECKOH (POpMOM, Tak Has3bIBaeMble
KJIacTepbl — U3 MPOAYKTOB TPUOOOKUCIEHUT U MO-
mucuraropa (puc. 1,6, 8). Ha mosepxHocTax Tpe-
Husa komosutos ¢ CBS, cepoii u okcumom 1uHKa/OK-
CUZIOM MATHHS HE€ BbISBJIEHBI BTOPUYHBIE CTPYKTY-
PBI C IPABUIBHOM reoOMeTPUIEeCcKoi hopmoii. Bumwo,
YTO BTOPHYHBIE CTPYKTYPHI JUCKPETHO pacipeese-
HBI 10 Beed moBepxHocTu Tperus [IKM.

Tpubosornueckue CBONCTBA KOMITO3UTOB COTJIA-
cyroTcs ¢ MOPOJIOTHEN TTOBEPXHOCTH TpeHus. Tak,
IIKM, wuamosHeHHBIH CEepOH H CyJIb(PeHAMHIOM
(puc. 1, 2, 0), ornuuaercad HAIWUYUEM Pa3PLIBOB U
YACTHUI[ M3HOCA, YTO OOBACHIET HU3KHWE 3HAYCHUS
nsHococToikoctu. U3 puc. 1, e — u BUAHO, YTO HA
noBepxuoctH Tperus ITKM c tpemst mogudukaropa-
MU HAOJI0IaI0TCS CKOIJICHUS IIPOAYKTOB H3HOCA, CO-

CKOpOCTBH MaccoBOTro

Kommoszut Koaddumment rpenns f wananusams I, urfa IInorrocts p, T/em?
Hcxomgusir CBMIIO 0,38 = 0,01 0,12 = 0,01 0,933
CBMII9 + 0,5 % macc. CBS 0,40 = 0,01 0,02 + 0,02 0,945
CBMIIS + 0,5 % macc. (CBS u S) 0,40 = 0,01 0,14 = 0,03 0,944
CBMIIS + 0,5 % macc. (CBS, S u ZnO) 0,39 = 0,01 0,10 + 0,02 0,947
CBMIIO + 0,5 % macc. (CBS, S u MgO) 0,39 = 0,02 0,08 + 0,02 0,944
CBMIIO + 1 % macc. CBS 0,39 = 0,01 0,02 = 0,01 0,948
CBMIIS + 1 % macc. (CBS u S) 0,39 = 0,02 0,18 = 0,02 0,947
CBMIIS + 1 % macc. (CBS, S u ZnO) 0,42 = 0,02 0,21 + 0,03 0,964
CBMIIO + 1 % macc. (CBS, S u MgO) 0,39 + 0,02 0,13 = 0,01 0,951
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Puc. 1. Mukpodororpadguu nosepxaocreit Tpenus ucxogaoro CBMIID (a) u komnosurtos, cogepskariux 0,5 % macc. cynbdeHa-
muga (6), 1% macce. cynbdenamuna (8), 0,5 % mace. (cynbpenamuna u cepbl) (2); 1 % mace. (cynbdenamuma u cepbl) (0),
0,5 % macc. % (cynbdenamua, cepbl 1 oKcuna maruawus) (e), 1 % macc. (cynbdenamuna, cepbl u okcuaa maruus) (orc), 0,5 % macc.
(cynbenamua, cepbl u OKcHaA UHKA) (3), 0,5 % macc. (cynabenamuza, cepbl U OKCua IUHKA) (1)

Fig. 1. Micrographs of the friction surfaces of the initial UHMWPE (a) and composites containing: 0.5 wt.% SBC (b); 1 wt.%
SBC (c); 0.5 wt.% (SBC and S) (d); 1 wt.% (SBC and S) (e); 0. 5 wt.% (SBC, S, and magnesium oxide) (/); 1 wt.% (SBC, S, and
magnesium oxide) (g); 0.5 wt.% (SBC, S, and zinc oxide) (h); 0.5 wt.% (SBC, S, and zinc oxide) (i)

CTOAINMNX U3 IIOJIUMepa U HAIlOJHUTENeH, KOTOpbhIe
pacrpezneneHbl IUCKPETHO X JOCTATOYHO XOPOIIO
YAEpKUBAIOTCI MaKpoMosekyaamu monuMepa. Ox-
HaKO0 MOP(OJIOTHA IOBEPXHOCTH TPEHUS ITUX KOM-
IIO3UTOB OTJINYAeTCAd OOJBIINMY HEPOBHOCTAMH U
HaJIMYyeM HaIIBIBOB, YTO CBUAETENIBCTBYET O ITOBBI-
IIIEHUY TEeMIIepaTyphl B 30HE TPEHUS 3a cUeT HaJu-
gug OKCHIOB Maruua u ruaka. Kpome Toro, ogaa us
OpUYUH 00pa30BAaHUSI HAIUIBIBOB HA IIOBEPXHOCTU
tperusa I[IKM o6ycrosiena medopManuoHHBIMU
IIpOLlecCaMy CIBUTA, B Pe3yabTaTe KOTOPOTO IIPOKC-
XOIUT IJIACTUYIECKOE BBITECHEHUE IIOJIIOBEPXHOCT-
HOTO CJIOSI MaTepuaa.

Ha puc. 2 npusenens: UK-cniexTpsl moBepxHoO-
creit tpeuua IIKM u CBMIISD. Ussectro [6], uto

HUK-crrekrp CBMIID xapakTepusyercs HalwndueMm
CHJIBHBIX IIOJIOC IIOrIomieHus B obOmacrax 2900,
2845, 1480 u 720 cM!, BBI3BAHHBLIX BATEHTHBIMH H
nedopmarnmonubiMu Kosnebanusvu —CH, cBssen, a
TaKkKe MasSTHUKOBBIMH KOJIEOAHUAMU MOIUMEPHOMU
nernu. CBMIIO B mporiecce TpeHusA mMOABEP:KEH TPH-
OOOKHCIEHNI0, YTO TPUBOIUT K ITOSBJIEHUIO II0JIOC
TIOTJIOIIEHUS KUCIOPOCOAEPIKAIIUX TPYIIT, I03TO-
My 11esiecoobpasuo pacemorpers UK-criekTpsr B qua-
nasoue 2500 — 500 cm L.

Ha UK-criekTpax moBepxHOCTEH TpeHUA HAOIIIO-
Jaerca  Iojioca  IOTJIOmIeHMs B obsactu
1510 — 1770 cm!, KoTOpas COOTBETCTByeT Kojeba-
HHUSAM KapOOHWIBHBIX W KapOOKCHIBHBIX COEIUHE-
uuit. Ha UK-cnexTpe komnosuta ¢ CBS unnrencus-
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Puc. 2. UK-crexrps nosepxuocreit Tperns CBMIIO u KOMIIO3UTOB B 3aBUCHMOCTH OT COJEPIKAHUS HATOJHUTEIEH

Fig. 2. IR spectra of friction surfaces of UHMWPE and composites as a function of the content of fillers

HOCTB TIOJIOCHI IIOTJIOIIEHUS KHUCIOPOICOAEPIKAIIUX
TPYII CHUIKAETCSA, KPOME TOTO, TIOSBISIOTCS clIabbie
nuku npu 754, 1012, 1238 u 1313 em!, cooTBerct-
BYyIOII[He KOJIEOAHUAM CBSI3€H apoMaTHIECKOTO KOJIb-
1[a ¥ TeTepOIMKIa OPTaHWYEeCKOTO MOAHM(UKATOPA.
HK-crekTpocKommuecKoe MCCIe[0OBaHNe COTracyerT-
csi ¢ pesyapraramu COM, rie BbIABIEHO (pOpMHUPO-
BaHWe BTOPUYHBIX CTPYKTYP U TPUOOIJIEHKU B 30HE
Tpeuwnsa (cMm. puc. 1, 6, 8). Baarogaps um cHum:Kaercs
a[resOHHOE B3aWMOJEUCTBHE MEKIy KOHTAKTH-
PYOLIMMH TeJIaMU ¥ YMEHBIIIAeTCSI CKOPOCTh Macco-
BOTO M3HAIITUBAHUS.

[ToBbIlIeHe WHTEHCUBHOCTH MHUKOB U IOSBIIE-
HMe HOBBIX IIOJIOC TOTJIONIEHHsT B objactu
920 - 1270 em! (ronme6anusa C-O cBA3H B ciupTax u
B apupe) Habmaogaorea B UK-cexkTpe Kommosura ¢
koMbuHUpOoBaHHbIM HamoaHuteaem MgO, uro cBu-
IeTEeNbCTBYeT 00 HHTEHCHU(UKALUKA TPHUOOOKUCIIH-
TenbHBIX mporieccoB [20]. UK-cmexkTpsl ocTambHBIX
KOMIIO3MTOB HIeHTHYHBI mcxoguomy — CBMIIO.
Bosmo:xHO, 3T0 CBA3AHO C TEM, YTO HEKOTOPAA YacCTh
cynbeHaMua B3auUMOIEHUCTBYET C CEpOd M OKCH-
IIOM MAarHUS/IIMHKA, I09TOMY TPHUOOILIEHKa B OCHOB-
HOM COCTOHUT U3 IIPOAYKTOB Tprubookucienus [TKM.

3axarogeHue

UccnemoBano BnusHUE (PYHKIMOHAIBLHBIX MO-
IuUKaTOpPOB HA TPHUOOJOTHIECKHE CBOHCTBA KOM-
rmo3utoB Ha ocHoBe CBMIIA. Ilonyuenunie pesyiib-
TaThbl TPUOOJIOTUYECKUX CBOMCTB COTJIACYIOTCA CO
CTPYKTYPHBIMH  WCCIEMOBAHUSIMU ITOBEPXHOCTEH
tpenus. Ha noBepxuoctu tpenus IIKM, nanonames-
HBIX CyJIb(heHaMumoM, 3apuKCHPOBAHO (DOPMHUPOBA-
HUE CIIOKHBIX YIIOPAI0UEHHBIX CTPYKTYP, OTIANIHBIX
OT WCXOMHOU MATPHIILI, KOTOPhIE CHIKAIOT a/Te3H-
OHHOE B3aMMOJEHCTBHE W YJIy4INAlOT CKOJb/KEHHE
Marepuaia IIpH TPeHWu. B ciyuae OMHAPHOrO
KOMOMHMPOBAHHOTO HamosHerus Marpuiisl CBMITI
Ha IOBEPXHOCTH TPEHUS B Pe3yJIbTaTe IIaCTHIECKO-
IO BBITECHEHHS IOIITOBEPXHOCTHOTO CJI0A (popMUpy-
0TCA HAIBIBRI U pas3pbiBbl. MK-cmekrpockomuet
MMOKA3aHO0, YTO BBeIeHNe Cyab(eHaMuIa COMPOBOK-
JaeTcs CHWKEHMEM HHTEHCHUBHOCTEH IHKOB, OTHO-
cAMMUXCA K OKUCAGHHBIM MPOAYKTAM TPEHUS

CBMII9, a komObunupoBaHHOE HAMOIHEHHE (100aB-
JIEHUE OKCUJa MarHusg) — YIIUPEeHUeM TUKOBOU HH-
TEHCHUBHOCTH 9THX COCIMHEHHUH.
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