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Jl71 cpaBHUTETILHOTO HCCIe0BAHNA TNIACTHIHBIX KyPHUTEIbHBIX CMECE, COIEPIKAIIINX CHHTETH-
yecKre KaHHAOWHOHU/bI, METOJI0M Ia30BOH XpoMarorpaduu IpoBenu IpodmibHbIN aHamus 40
SKCIIEPTHBIX 00pa3IloB cMece, U3bATHIX U3 HE3AKOHHOTO 000p0Ta COTPYIHUKAMYU ¥ IPABIEHUA
Ha tpaucrnopre MBJI Poccuu o Cubupcromy denepaabHoMy OKpYTY. ¥ CTAHOBIEHO, 4TO IPOdu-
JIY JIETYYHX HOIAPHBIX KOMIIOHEHTOB HATIOTHUTENEH IIACTHYIHBIX KYPUTEIbHBIX CMECe, coaep-
JKAIUX CHHTETUYECKHe KaHHAOMHOH/BI, XOPOIIIO IIPOABIIAIOTCA U BOCIIPOU3BOIATCS, UTO HAeIIA-
€T UX BBICOKOM MIEeHTHU(PUKAIIMOHHON 3HAYUMOCThI0. [[J1s1 cpaBHeHus mpoduieii mpumMecei BbI-
Opautu 44 11e1eBbIX COEMUHEHNS, KOTOPhIE 00ECIeYMBAIN HANIYYIILYI0 BOCIIPOU3BOAUMOCTD ILIO-
Ia/ied xpoMarorpauiecKux IIUKOB IIPU IIOBTOPHBIX n3MepeHusax. Ilocie Hopmanusaluy mwio-
1a/1ed XxpoMaTorpadyuecKrx MUKOB I1EJIeBbIX COeANHEHHH PACCINTAIN K03 DUITHEHTHI Koppe-
sanuu [IupcoHa 1 eBRINIOBHI PACCTOAHUA, 3aTEM IIPOBEJIN HEPAPXUUECKYI0 KIIACTEPU3AIIHIO II0-
JIy9eHHBIX [AHHBIX C [IOCTPOEHHEM JEHAIPOrPaMM, JEMOHCTPHUPYIOIINX YPOBHHU CXO/CTBA 00pas-
[IOB U3 PA3IHMYHBIX TAPTHHA. ¥ CTAHOBJIEHO, YTO 00PAasI(bl MOTYT OBITH OTHECEHBI K O/IHOM TapTHH
(pertenType), ecnu «CBA3aHHBIE PACCTOSHUA» MEKIY HUMH, PACCIMTAHHBIE HA OCHOBE €BKIIHIO-
BBIX PacCTOsHUM, He mpeBbimaT 0,14 oTH. e11., a Ha OcHOBe K03(duirienToB Koppesnsaruu [lup-
cona — 0,12 oru. ex. [Ipemosxkenmyio razoxpoMaTorpauyuecKyo METOAMKY, KOTOPAs BKII0YaeT
POUIHPOBAHKE TIPUMECEH, BHIGOD 11EIEeBhIX COSIMHEHNH, HOPMAIHU3AIIMIO IUIOIIAEH X XPo-
MarorpaUIecKux IMHUKOB U IMOCTIELYIOIIYI0 MaTEMATHIECKYI0 00paboTKy ¢ mIprMeHeHHeM Kiac-
TEPHOTO aHAIN3a U pacueToB KoddduimreHToB Koppenanuu [Iupcona 1 eBRINAOBBIX PACCTOs-
HUM, MOXHO PEKOMEHIOBATH AJIA IPHMEHEHHS B DKCIEPTHBIX HCCIEOBAHUAX KypPHUTEIHHBIX
cMecel, cofiepiKallliX CUHTETHIEeCKIe KaHHAOMHONUIBL.

KaroueBnlie croBa: razoBas xpoMarorpadus; KypuTeIbHbIe CMecH; TPOUINPOBAHIE IIPHUMe-
cell; KIacTePHbIM aHATHU3.

COMPARATIVE STUDY OF PLASTIC SMOKING MIXTURES
CONTAINING SYNTHETIC CANNABINOIDS USING GAS CHROMATOGRAPHY
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We propose an algorithm for comparative study of plastic smoking mixtures containing synthetic canna-
binoids using gas chromatography in the following configuration: a Crystal 5000.2 chromatograph (Rus-
sia) with a quartz capillary column (L = 50 m, & = 0.32 mm) with a grafted phase based on polyethylene
glycol modified with nitroterephthalic acid and a flame ionization detector. Plastic smoking mixtures (40
samples) seized from illegal circulation by officers of the Transport Department of the Ministry of Internal
Affairs of Russia in the Siberian Federal District were used as test samples. Mathematical processing of
chromatograms was performed using Chromatek Analytic 2.5 and Unscrambler 11.0 programs. It is
shown that profiles of the volatile polar components of the fillers of plastic smoking mixtures containing



«3aBoackasa Jaboparopusd. [[marnocruka marepuanos». 2020. Tom 86. Ne 8

synthetic cannabinoids are quite well manifested and reproduced, which gives them a very high identifica-
tion value. To compare the profiles of impurities, 44 target compounds were selected, which provided the
best reproducibility of the areas of chromatographic peaks during repeated measurements. The chromato-
graphic peak areas of the target compounds were normalized, and the Pearson correlation coefficients and
the Euclidean distances were calculated. A hierarchical clustering of the obtained data was carried out
with construction of the dendrograms demonstrating the levels of the similarity of samples from different
lots. It is shown that samples could be assigned to a single batch (recipe) if the Euclidean distances be-
tween the corresponding profiles do not exceed 0.14, and the Pearson distances — 0.12 rel.u. An algorithm
procedure for the comparative study of plastic smoking mixtures containing synthetic cannabinoids using
gas chromatography has been developed. This procedure includes profiling of the impurities, selection of
the target compounds, normalization of the areas of their chromatographic peaks and subsequent mathe-
matical processing using cluster analysis and calculation of Pearson correlation coefficients and Euclidean
distances. The obtained results allow us to recommend the developed procedure for use in expert studies

of smoking mixtures containing synthetic cannabinoids.

Keywords: gas chromatography; smoking mixtures; impurity profiling; cluster analysis.

BBenenue

IloaBnenue u mocienyolee pacrpocTpaHeHe
HOBBIX IICHXOAKTUBHBIX BEIIECTB HA HEJIETATbHOM
PBIHKE HAPKOTHKOB SABJISAETCA TI00AIbHOM IIpobie-
Mo# [1], mpuueM 3HAYUTENbHAI YaCTh STHX BEIIeCTB
MNPUXOMUTCA HA CHUHTETHYECKHE KaHHAOWHOUbI
(CK) [2, 3]. lanHbIe cOEIUHEHUS YaCTO UCIIOIB3YIOT
IUIS IIPUTOTOBJIEHUS KyPUTEIbHBIX CMecel, KOTopbIe
0COOEHHO ITOIYJIIPHBI CPeIU MOJIOIEKH Oaromaps
WX OCTYITHOCTH, HU3KOU CTOMMOCTH U OKUJAEMOU
6€30ITaCHOCTH 110 CPABHEHUIO € KIACCHUYECKUMH Hap-
korukamu [4, 5]. Bmecre ¢ Tem xommonenTsr CK-co-
IEPIKAIINX KYPUTEIbHBIX CMecel B OpranusMe 4eJo-
BEeKa MOTYT BBI3BIBATH PAJ TSIKEIBIX IICUXUIYECKUX U
coMaTuyeckux Hapyuienuin [6, 7]. B mocmemnue
rofbI B Pa3IMYHBIX pernoHax Poccuu B HE3aKOHHOM
obopore cramu pgomuuupoBath CK-comep:xarue
IUTACTUYHBIE KYyPUTEIbHBIE CMECH C PSAI0M HAIoJ-
mutenet [8]. Hapany ¢ uzyueHveM ux KOMIIOHEHT-
HOTO COCTaBa BeChbMa BAKHBIM /IS IIPABOOXPAHMU-
TEIbHBIX OPTaHOB ABJIAIOTCI HUCCIEIOBAHUA 110 IPO-
¢unupoBaHuUio mpuMecei, KOTOPbIE MOTYT IIOMOYb
9KCIEPTY OTBETUTH HA PAJ BOIPOCOB: HCTOYHUK
HApPKOTHUKOB, CITOCOOBI IIPOM3BOJACTBA, HCIIOIb3Y-
eMble MPEeKypPCOPhI, PACIPOCTPAHEHNE CeTH W Map-
HMIPYTHI HE3aKOHHOTO 000pOTa, OTHOIIEHUA AUJIEP-
nosb3oBarens [9, 10]. B CK-comep:xamux miacTmy-
HBIX KYPUTEIbHBIX CMECIX B KAYECTBE IPOQUIHHBIX
npuMecedl ¢ HAEHTH(PUKANMOHHON 3HAYUMOCTBHIO
MOKHO pPacCMaTpUBaTh JETy4He IOJAPHbIE KOMIIO-
HEHTHI (TJIHUIIEpPUH, OpTaHWYECKHEe KUCIOTHI U AP.)
[11].

B srcmepTHO# mpakTHKe [JId HCCAeI0BAHUS I10-
MOOHBIX 00PA3I0B B OCHOBHOM HCITIOJIB3YIOT METOIbI
xpomarorpaduu u UK-cnexrpockonuu [12, 13]. Mbr
HCIIOJIb30BAIA JJIT STOW IeJId METOH TIa30BOH
xpomarorpadguu (I'X) ¢ THONIHOHN [ SKCIEPTHBIX
mabopaTopuil KoMIUIeKTanuei: xpomarorpag «Kpu-
cramn 5000.2» (Poccusa), KanmwiigpHbIe KOJIOHKU
¢ mossipHOM mnpuBuTOM asoi (Tuma HP-FFAP),
IUTaMeHHO-HoHu3annoHHbii gerekrop (IIW]I), aro

03BoJIeT 3P(EKTUBHO PA3IEIUTh ¥ UICHTHU(UIIH-
POBAThH MONSIPHBIE JIETyYre KOMIOHEHTBI KypPUTEIhb-
HBIX CMeCeH, cojep:Kaiiux Haumbosiee pacrpocTpa-
uenuble CK. ITapamerps! I'X-uccnenosanuii momou-
pamu B IenAX MUHUMHU3AIUH BHUIOU3MEHEHHUS
KOMIIOHEHTOB 00pasIioB B MpOIlecce aHaIu3a C yde-
TOM PpEKOMEHIAIWi, WM3JI0KEeHHBIX B paborax
[14 - 16].

Ilens paboTsl cocrosiia B paspaboTke METOIUKN
cpaBuurensuoro wucciaenoBanusa CK-comep:xammx
IJIACTUYHBIX KYPUTEIHHBIX CMECed METOIOM Traso-
BO# XpoMarorpadumu.

JKCIEePUMEHTAIBHASA YaCTh

Hcrronb3oBamu xpomarorpad «Kpucramn
5000.2» (Poccust) ¢ KBapueBOHd KaMHUIIAPHON KO-
moukoit (L = 50 M, & = 0,32 MmM) ¢ mpuBuUTO#H (haszoit
Ha OCHOBE MOIU(HUIITMPOBAHHOIO HUTpOTEpedrae-
Boii kwmciaoroi monusTwiaeHraukons (HP-FFAP) u
IIN, a rakxe repmocrar EB-18 (Jouan, ®@panrius)
u yabrpasBykoByio Bauuy JP-008 (Skymen, Kuraii).

YcmoBus u3MEpPeHHI: TeMmIlepaTypa HHKEKTO-
pa — 190° C, mererxropa — 220 °C; mporpamMmmupoBa-
HUe TeMIepaTypbl TepMmocrara KoaoHku ot 60 °C
(maganpHas) 10 200 °C (KomHeuyHast); CKOPOCTH MO b-
ema temmeparypbl — 13 °C/MuH; BpeMs BBIIEP:KKN
MpY HAYAIBHOM TeMIeparype — 2 MUH, IIPU KOHEY-
HOM — 25 MUH; CKOPOCTb IIOTOKA raza-Hocuresns (re-
aust) — 1,0 mur/mus (reuit Mapku «A» IPOU3BOI-
crBa OAO «I'asmpom»); peskuM BBOZA MPOOBI — C
menennreMm moroka (Split 40:1); oobemM BBOZUMOI
mpobsr — 1 MKJI; cocrae rasoBoi cmecu mus [THT:
Bomopox (30 mur/muH), Bo3ayx (300 mur/MuH), remuit
(15 mur/Mum).

IIpobonodzomoska. B kagecTBe HCCIEIYEMBIX
obpasios ucnonabszoBanmu CK-comep:xamiue miacTmy-
Hble KyPUTENIbHbIE CMECH, H3BATHIE U3 HE3aKOHHOTO
060poTa COTPYIHHUKAMH ¥ IPABIEHUSI HA TPAHCIIOP-
te MB] Poccun mo Cubupckomy denepaasaoMy
okpyry B 2018 r. SKcrepTHbIE 00PA3IIbI TOTOBUIN K
aHamu3y B COOTBETCTBHH C peKoMeHmaruamu [15];
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Puc. 1. ®parmeHT TUITHYHOM XPOMATOTPAMMBI BOHO-METAHOABHOTO SKCTPAKTa SKCIIEPTHOTO 06pasIa IVIACTHYHON KypPUTEb-

HOH cMecH

Fig. 1. Fragment of the typical chromatogram of the water-methanol extract of an expert sample of a plastic smoking mixture

HaBecku Maccoit 10 Mr momernanu B BUANBI, 106aB-
ssii o 1 mux meranona (xa, Merck) u 100 My muc-
THJJIMPOBAHHOM BOJbI; MOJIyYeHHbBIE CMECH BBIIEp-
skuBasu 30 MUH, IOIBEPTANIH YIBTPA3BYKOBOH 06pa-
60TKe B BaHHE B TeUeHHWE 3 MUH U I[eHTPUQyTrupoBa-
s, BomHO-MeTaHOIbHBIE 9KCTPAKTHI Jajiee UCCIe0-
Basmu MetomoMm ['X.

Obpabomra xpomamozpamm. Jas ompexperne-
HUS TUIOIIAIeN XpoMaTOrpadyuIecKux IMUKOB KOMIIO-
HEHTOB HCIIOJb30BATH IPOrpaMMy «XpoMmaTok AHa-
autuk 2.5». PacuerHnie mapaMerpbl i HOPMAIHU-
3aIlMM TUIOIIAZeN XPOMATOrpaUIeCcKux MHUKOB, KO-
apurmentor koppeaanuu [lupcoHa, eBRINIOBBIX
PAcCTOAHUM, KIacTepusalud W TpaduKoB IOIyde-
HBI C HCIOJb30BaHueM mporpammbl Unscrambler
11.0.

O6cy:xxneHue pesyabrTaToB

IIpm sKCHEpPTHBIX HCCIETOBAHUAX CHHTETUYE-
CKUX HApKOTHYECKUX CPEACTB U IICUXOTPOIIHBIX Be-
mrectB MeTonoM I'X pesyabrar cuuraercs wHgpopMma-
THBHBIM IIpU HAJWYUHU HA XPOMAaTOTpaMMe KaK MU-
HUMYM IIATH XpoMmarorpaduueckux nukos [12]. Ha
puc. 1 mpuBemeH QparMeHT THUIIHYHOH XPOMAaTO-
rpaMMbl BOZHO-METAHOJBHOTO SKCTPAKTA DHKCIIEPT-
HOTO 00pasiia: Ha HeH JOCTATOYHO YeTKO IIPOIBIIAET-
ca cBolire 20 TMKOB JIETYYNX KOMIIOHEHTOB, UTO CBH-
JIETEIECTBYET O €€ XOPOIIIeH Perpe3eHTaTUBHOCTH.

Ha pwc. 2 npuBeneHsl (parMeHTHI XpoMaTo-
IrpaMM BOIHO-METAaHOJIBHBIX HKCTPAKTOB TPEX 3KC-
MEePTHBIX 00PA3IOB IIACTHYHBIX KyPHUTEIbHBIX CMe-
cel, IPEeAIOIOKUTENbHO IOJYYeHHBIX IO Pa3HbIM
peuentypam. Kak BumHo m3 puc. 2, mosnoxeHue u
WHTEHCUBHOCTH XPOMAaTOTPA(UUECKHUX ITUKOB 3aMeT-

HO Pas3jIndarTcd, YTO ABIAETCA BecbMa BECKHUM ap-
TYMEHTOM JJI SKCIIEPTA.

Ha pwmc.3 mnpusenenbr ¢QparmMeHThI Xpoma-
TOorpaMM BOJHO-METAHOJIBHBIX OKCTPAKTOB Tpex
M3BATHIX B PA3HBIX MECTAX KCIEPTHBHIX 00pasIiioB
IVIACTUYHBIX KypPUTEJIbHBIX CMecel, IIPeIIoJIOKU-
TEeJIbHO OTHOCAIIHUXCA K OfHOM maptuu. B mammHOM
ciydae HAOIIOAAETCI XOPOoIIas CXOJUMOCTh B IIOJIO-
SKEHUHU TIHKOB, OJJHAKO UX WHTEHCUBHOCTH HECKOJb-
KO pasHATCA.

s cpaBHUTEILHOTO HCCIEIOBAHUS CXOIHMO-
CTH XpOMATOTPaMM B HKCIIEPTHOM MPAKTUKE HUCIIOIb-
3YIOT pas3jIUuYHbIe METOAbI: OJHUM N3 HHUX ABJITETCA
MEeTOJi «OTIIeYaTKOB MalbIlleB», KOTOPBIN IpeIoia-
raer IpaKTUIECKOe COBIIAEHINE TAKUX IapaMeTPOB,
KaK 4YmCII0, BpeMd BBIXO]a, a TAKKE COOTHOIIEHUE
mIoafe xpomarorpaduiecknx nukos [12; 13].

IIpu 3HaunTensHOM KOTHYECTBE 06PA3I0B BU3Y-
albHOE CpPaBHEHHE XPOMAaTOTPaMM WK MPOpuUiIei
KOMIIOHEHTOB MOKET OBITH JOCTATOYHO CIOKHBIM. B
9TOM ciiyuae BechMa 3(P(EKTUBHO MPUMEHEHUE YHC-
JIEHHBIX METOI0B 06paboTku xpomarorpamm. Tax, B
paborax [17, 18] 6bLIM HCIIBITAHBI CEMb YHUCIEHHBIX
METOOB PACCTOSHHUSA U TOXOOMUSA A OLIEHKU «CBS-
3aHHBIX PACCTOSIHUN» MEKIY 00pasiamMu 13 OJHON U
TOH jKe IapTH! U «HEeCBA3AHHBIX PACCTOAHUH» MEK-
Iy oOpasiiaMu W3 pasHbIX MapTuil. Pe3yabpTaTsl I0-
Kas3aJiv, 9TO JIJI1 YCTAHOBJIEHUA HATUIUA UJIH OTCYT-
CTBHUA CBA3U MEKIy 00pasIamMu Jiydille MPUMEHATb
pacueTsl KosduireHToB Koppensuuu [lupcona u
€BKJIU/IOBBIX PACCTOTHUU.

B pamkax HacrosIero uccieqoBanus 6bLI0 MPO-
TECTHPOBAHO B 06IIel ciuoxHOCTH 0Ko0 40 o6pas-
oB CH-comepskaiiux IIACTHUYHBIX KyPUTEIHHBIX
cMecel, IPEeIONIoKUTENbHO MOJIYyIYeHHBIX 0 Pas-
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Puc. 2. ®parmenTsr XxpoMaTorpaMM BOJHO-METAHOIBHBIX S9KCTPAKTOB SKCIIEPTHBIX 00Pa3IIOB, MPEII0I0KUTEIHHO ITOIyIeHHbIX

TI0 Pa3HbIM pelenTypam

Fig. 2. Fragments of the chromatograms of water-methanol extracts of expert samples, presumably made according to differ-

ent formulations

HBIM WJIM CXOKHM pererntypam. B mepByio ouepensb
npoBogwiu npoduabHbE ['X-anamus 06pasIios.
Hna cpaBaenus npoduiied mpumeceli 661K BhIOPA-
HBI 44 UAEeHTHU(PUIMPOBAHHBIX paHee IeNeBbIX CO-
eIVHEHHUsd, KOTOpPble OOeCIIeYrBaIN HAWIYYIIYIO
BOCIIPOM3BOIMMOCTD ILIOIA/IE ITUKOB IIPKU IIOBTOP-
HBIX XpOMATOrpapuIecKux u3MepeHusax [8].

Ha BTOpoM srame MpOBOAMIN HOPMAIHU3AIHIO
IyTeM [eJeHUs IUIOMIaIN TTHUKA KayKIOTO IIeJIeBOTO
COeIUHEHU Ha CyMMY ILIOIA/eH TMKOB BCeX Ilelie-
BBIX COeIMHEHUY Ha OJHOU U TOH iKe XpoMaTorpam-
me. HopmanusoBauuyio miomams xpomarorpadguye-
CKOTO TIHKA -TO KOMIIOHEHTa (X;) paCCUMTHIBAIN TIO
YPaBHEHHIO:

rae S; — IIOWALb I-TO TIHMKA, ZSL- — cyMMa IIIo-
i=1

m@aged Bcex MHUKOB Ha XpoMaTorpamMe; n — KOJH-

YECTBO ITUKOB.

Ilamee pacCYUTHIBAIM EBKJIUIOBLI PACCTOSHUS
(edy;) u xosppunrenTs! Koppeanuu [lupcona (ry;)
10 ypABHEHHUAM:

n
Z(xik —fil)z’
i-1

_i (o, =% )y — ;)
T = 2.

i=1 _ _
Z(xik —%,)%(x; —X))?
i1

K

e X;;, U X;; — OTKJIWKN (HOpMaau30BaHHbBIE ILIOIA-
I¥) IpuMecH i B obpasuax k u l; X, X; — cpeguue
IUTOIAX IIMKOB B o6pasmax k u [; n — KOJIM4ecTBO
IJIOIAel MMKOB IIe/IeBbIX COeIMHEHNHI, NCIIOAb3ye-
MBIX B pacyeTax pacCTOSIHHI.

Tak kark rosdqduimenT roppensnuu IIupcona
MOKET MEHAThCA OT —1 710 1, MCII0Ab30BAIA OTHOCH-
TeNbHBIE PACCTOSTHUSA r'dy; = 1 — 1}, KOTOphIE MOTYT
mpuHUMATh 3Ha4YeHud ot 0 10 2.

Ha crexyromiem srame HpoOBOSUIN Hepapxude-
CKYIO KJIACTEPH3AIlUI0 ITOJYYEHHBIX NAHHBIX METO-
IOM OIWHOYHOU CBASH C IIOCTPOCHHEM JIEeHIPO-
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Puc. 3. ®parmenTsr xpoMaTorpaMM BOAHO-METAHOIBHBIX HKCTPAKTOB SKCIEPTHBIX o6paSHOB IIACTUYHBIX KYPUTEIbHBIX CMe-
celi, IPeIIoI0KUTEIFHO OTHOCAIINXCA K OJHOU NapTUH U U3BATHIX B Pa3HBIX MecTax

Fig. 3. Fragments of chromatograms of water-methanol extracts expert samples of plastic smoking mixtures, presumably re-
lated to the same batch but seized in different places
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Puc. 4. JlenaporpaMMbl ypPOBHEH CXO[CTBA SKCIEPTHBHIX 06Pa3IioB HA OCHOBE pacyeTa Koa(pduimenToB Koppensiuu [Tupcona
(@) ¥ eBRIMUIOBBIX PACCTOSHUM (6)

Fig. 4. Dendrogram of the similarity levels of expert samples based on calculations of Pearson’s correlation coefficients (a)
and Euclidean distances (b)

rpaMu, IeMOHCTPHUPYIOIIHUX YPOBHHU CXOACTBA 00BEK- BOCIPUATHA OTHOCHUTEIbHBIE PACCTOSHMA MAacCIITa-
TOB Pa3IWYHBIX Ipynn o6pasnos. [ma obrerdenus 6upoBanu mo mkane 0 - 10. B macroameit pabore
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«CBSI3AHHOE PACCTOSIHHUE» OBLIO OIPEefeieH0 Kak
paccTofHue, pacCUUTaHHOE 7 00pasIioB U3 OJHOU
U TOH Ke UIU W3 Pas3jNYHbIX ITapTHUH, U3TOTOBJIEH-
HBIX C BBICOKOM CTeIeHBI0 BOCIPOU3BOAMMOCTH IIO
cxosxelt pertentype. COOTBETCTBEHHO, «HECBI3AHHOE
paccroaHue» OBLIO OIPeneseHO0 KAK PACCTOSHUE,
paccyuTaHHOE IIPU CPABHEHUHN 00PA3I[0B C Pa3HBIMU
penenTypaMu, YCIOBUAMU W3TOTOBIEHUA  WIH
MapLIpyTaMHU JOCTABKH.

Ha puc. 4 npuBegeHs! AeHAPOrPaMMbI YPOBHEH
CXOJICTBA SKCIIEPTHBIX 06PA3I[0B HA OCHOBE pacyera
Koa(urmenTor Koppesiuu [lupcona u eBKIwIO-
BBIX paccrosHui. Bummo, uto mHabiriomaercsa oTYeT-
JINBOE Pa3IuIue OTHOCUTEIHHBIX PACCTOTHUH MEK-
Iy o0pasiaMu w3 pasHbIx mapTuii — 7 rpymn 1y 40
obpasios. Tak, «cBi3aHHbIE PACCTOAHUS» I 00-
PpasIoB, IPEIIONIOKUTENIHHO HW3TOTOBAEHHBIX II0
cxokuMm penentypam (A;-Ag B -B; C,-Cyy,
D; -Dg, G;-Gg, E, F), paccunrannsie HA OCHOBe
kKoa(purmenTor xKoppensnuu Ilupcona, He IpPEBHI-
mrator 0,12, a HA OCHOBE €BKIMIOBBIX PACCTOTHUHN —
0,14 oru. ex. Hamporus, «HecBA3aHHBIE PACCTOS-
HHUA» IJI 00pasIloB, HPEAIIOIOKUTENbHO IIOIyIeH-
HBIX II0 PA3HBIM pPeIeNTypaM, HaXOIATCI B MHTEPBa-
max 0,43 — 1,12 (pacueTsl Ha OCHOBe KOd(HUIHEH-
ToB Koppenaruu [lupcona) u 0,25 — 1,19 orH. en.
(pacueTbl eBKIUIOBBIX PACCTOSTHHUM).

Takum 00pa3oM, UCIIOAb30BAHHBIN B JAHHOM pa-
6oTe MeTo]] MPOQUINPOBAHUS IPUMeECeH C Iocye-
IyIOIllel MaTeMaTH4ecKor 06paboTKoi xpoMaTorpa-
(pryecKux MAHHBIX MOMKET OBITh JOIIOJIHUTEIbHBIM
MHCTPYMEHTOM B YCTAHOBJIEHUU MEPHI CXOICTBA Me-
sy obpasmamu CK-comep:xalux ILIacTUYHBIX Ky-
PUTEIBHBIX CMeCceH. ITH PacyeThl MOTYT XPAHUTHCA
B 0ase MAHHBIX U IPHU HEOOXOAUMOCTH HCIIOIb30-
BaThCA [JIA MOATBEPIKICHUSA Pe3yJbTaTOB BU3yallb-
HOT'O CPaBHEHUS TPOHUIeH.

3axJaroueHue

Paspaboran aixroput™M CpaBHUTEIBHOTO HCCIIE-
mosanusa CH-comepskalux MIACTUIHBIX KypPUTEIb-
HBIX cMecell MeTonoM ['X, BRIOUAtONuil Tpoduin-
poBaHMe mpuMecel, BbIOOP I[€EBBIX COEIUHEHMUI,
HOpMAaJIM3aIHIo IUIOIIafel uX Xpomartorpadude-
CKHX ITHKOB, pacdyeT K03((HUIIMEHTOB KOPPEeIIIiuu
ITupcona miu eBRKIWIOBBIX PACCTOSHUN, MEPAPXU-
YECKyI0 KJIACTEePH3AIlUI0 JTAHHBIX II0 METOLY OJH-
HOYHOM CBfI3M ¥ IIOCTPOEHUE COOTBETCTBYIOIIUX
IEHIPOTPAMM.

Paspa6orannas ['X-MeToguka II03BOJSET BECh-
Ma 3 derTuBHO AuddEPEeHITUPOBATh 3HAYUTED-
HbIe MACCHUBBI HKCIIEPTHBIX 00pa30B U MOKET OBITH
PeKoOMeHI0BaHa /Jid MPUMEHEHHUA B 3KCIEPTHO-KPH-
MUHAJTUCTUYECKUX TOJPA3IeIeHUIX JJId CpPaBHU-
tenpHOro amanusza CK-comepskammx mracTuaHBIX
KyPHUTEeIbHBIX CMecel.
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B mpomsBoicTBe s1eueOHBIX ¥ KOCMETHUECKHMX CPEIICTB JJIs HAPY/KHOTO MPUMEHEHUs B KA4eCTBe
OIHOI'0 H3 I[eﬁcTByIOH.[HX KOMITIOHEHTOB IIHPOKO HCIIOJIB3YIOT BOJHO-IIPOIIMJ/ICHITIUKOJIEBBIE
SKCTPAKTHI JIEKAPCTBEHHBIX pacrenuil. OHAKO B HAYIHOM IUTEpaType MPAKTIHIECKH OTCYTCTBY-
IOT JAHHBIE 00 HKCTPArUPYOIIeH 3(P)eKTUBHOCTH BOIHO-IIPOIIIICHIIINKOIEBBIX CMECEH U XVMU-
YECKOM COCTAaBE BOIHO-IIPOIAICHTIIMKOIIEBBIX SKCTPAKTOB PACTUTENLHOTO ChIPhS, 4 B IOKyMEH-
TaUX TPOU3BOIUTENST YKA3aHbI UCKIIOYUTEIHHO XapPAKTEPUCTHKHN IIPOAYKTa, He CBI3aHHBIE C
€ero GHOIOrMIecKol akTHBHOCTEIO. B ncenenoBanmu merogom BOKX/MC/MC ua npumepe 1Bet-
KOB POMAIIIKK AlTEYHOM YCTAHOBJIEHO, YTO BOIHO-IIPOIIMICHTIIMKOIEBEIE U BOIHO-ITAHOIbHEIE
W3BJIEUEHUsT OJUBKH TI0 COCTaBy (PEHOJIBHBIX COEIMHEHUH. [|OMUHUPYIOIIMMEU COEIMHEHUIMHI
BOJTHO-TIPOITMJIEHTIIMKOIEBOTO SKCTPAKTA IIBETKOB POMAIITKHU SBJIAIOTCA AIMUTEHUH U €r0 TIIHKO-
3uAbl (AIUTeHUH-7-III0K03U I, anureHuH-7-0-6-O-Mmanonun-D-riokosuy, anureHnH-7-aeTni-
TVIIOKO3HI, alleTUI-MaloHmI-anureHut-7-O-rmoko3un). O6Hapy:xeHs! 5,4'-nuokcu-3,6,7,3'-Te-
TPaMeTOKCU(IaBOH, yuc- u mpanc-popMbl 2-O-IIIOKOMIUPAHO3UAA 2-THIPOKCH-4-METOKCHKO-
PUYHON KHCIOTHI, 7-MeTOKCHKyMapuH. CIIeKTparbHO-aHATUTHIECKHE XaPAKTEPUCTUKN BOIHO-
MPOIIIEHTIMKOIEBBIX KCTPAKTOB PS/ia JIEKAPCTBEHHBIX PACTEHUH, HAUb0/Iee BOCTPEOOBAHHBIX
B KOCMETHIECKOH [TPOMBIIILIEHHOCTH, UCCIeI0BAHbI B Y O-BUANMOM JHAIIA30HE, BHIABIEHBI JK-
CTPAKTHI C HAWJIYYIIINMY 3aIUTHBIMY CBOMCTBAMH B OTHOIIeHUH Y P-usinyuenus A u B nuamaso-
HOB (JIUCTHEB Iaspes IEKApPCTBEHHOTO, IIBETKOB POMAIIIKY AlITEYHOM, TPABbI THICAYEIHUCTHUKA
OOBIKHOBEHHOTO) ¥ CBOOOIHBIX PASUKAIOB (9KCTPAKTHI JIHUCTHEB 3€JIEHOT0 Yas, TPAaBbl 3Bepo00s
IIPOIBIPSBIEHHOT0), & TAKKe SKCTPAKTHI C Hambojiee BBICOKHM COJep:KaHueM (DIABOHOHIOB
(TpaBbI 3Bep000sT IIPOABIPIBIEHHOTO, JIMCTHEB Iandes JeKapcTBeHHoro). IIpu skcrparupo-
BaHUU CHIPbs OJIHOM U TOM JKe IMAPTUH OIITUIECKAs IUIOTHOCTD Ha JuirHe BOMHbI 270 HM cBsi3aHa
C ImapamMeTpaMy U3BJIeYeHHs (DIIABOHOUIOB, AaHTHOKCHIAHTOB U CyXOr'0 BEeIecTBa (DYHKIIMOHAIb-
HOM 3aBHCHUMOCTBIO, UTO OY€Hb YI00HO I SKCIIPECC-KOHTPOJIA IPOU3BOACTBEHHBIX IIPOIIECCOB
B I[EJIAX TIOJIyYEHUs IPOAYKTA C BOCIPOU3BOIUMBIMHI XapAKTEPUCTHKAMU. BhIBeIeHbBI (hOPMYJIIbI
VI pacdyeTa COmepsKaHusA aHTHOKCHAAHTOB B dKcTpakTax mo J[PII-metony B cpaBHEHHH CO
CTaHAAPTHBIMY 00pa3liaMyl PyTHUHA M TaJUIOBOM KHCIOTHI, IPOBEIeHA HHTEPIIPETAII 0JyJa-
eMBIX I SKCTPAKTOB PA3JIMYHOIO BHMA CHIPHS JTAHHBIX B CPABHEHUU C [TOKA3ATENSIMU WHBIX
MeTon0B aHanm3a. [IpofeMoHCTpHpOBaHa BBICOKAS IIOBTOPAEMOCTD (DOPMBI CIIEKTPAIBHBIX KPH-
BbIX 9KCTpPaKTa IIBETKOB POMAIIIKXM BHE 3aBUCUMOCTH OT UCTOYHHUKA CHIPbS, YTO B COYETAaHUU C
MHIUBUIYATIHHOCTHIO (POPMBI KPUBBIX IS DKCTPAKTOB ChIPbS PA3IUYHBIX BHIOB MOKET OBITH
WCIIOIb30BAHO B KAYeCTBE OIHOTO U3 KpuTepueB mnojmuHHOCTH. [Ipemnoxennbm Y P-criekTpo-
METPHUYECKMM METO[OM HCCIEI0BAHA TUHAMUKA DKCTPAKI[UH I[BETKOB POMAIIKH TIPU PA3THYHBIX
mapamerpax mporiecca (TeMmeparypa, COOTHOIIEHHUE TIPOIMISHITIUKOISA U BOAbI B 9KCTPAreHTe).
YcraHOBIEHO, YTO OITUMAIBHON SBJISAETCI DKCTPAKIHSA ChIPbi 50 %-HbIM BOIHBIM IIPOIUIEH-
rimgosieM pu remneparype 50 °C B reyenve 4 4.

KaroueBsle ciIoBa: aHTHOKCHIAHTHI; (DIIaBOHOM/BI; SKCTPakThI pacrenuit; [ PIIT; cranmapru-
3aIlUs; MPONMIEHTINKOIb; POMAIIIKA.
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Water-propylene glycol extracts of medicinal plants are widely used as active components in therapeutic
and cosmetic products for external use. However, sparse data on the extracting efficiency of water-propyl-
ene glycol mixtures and chemical composition of water-propylene glycol extracts of plant raw materials
are available in the scientific literature. Usually the manufacturer documentation also provides informa-
tion about characteristics of the products that are not related to their biological activity. The results of
HPLC/MS/MS study of Matricaria chamomilla L. flowers have shown that water-propylene glycol and wa-
ter-ethanol extracts are similar in the composition of phenolic compounds: the dominant compounds of
water-propylene glycol extract of Matricaria chamomilla L. flowers are apigenin and its glycosides (apige-
nin-7-glucoside, apigenin-7-0-6-O-malonyl-D-glycoside, apigenin-7-acetylglycoside, acetyl-malonyl-apige-
nin-7-O-glycoside), as well as 5,4'-dioxy-3,6,7,3'-tetramethoxyflavone, cis- and ¢rans-forms of 2-O-glucopy-
ranoside 2-hydroxy-4-methoxycoric acid, 7-methoxycumarin. Spectral and analytical characteristics in the
UV-visible range of the spectra of water-propylene glycol extracts of a number of medicinal plants most of-
ten used in the cosmetic industry were studied to reveal extracts with the highest protective properties
against UV radiation in A and B areas (extracts of Salvia officinalis L. leaves, Matricaria chamomilla L.
flowers, Achillea millefolium L. grass), free radicals (extracts of Camellia sinensis L. leaves, Hypericum
perforatum L. herb), and the highest content of flavonoids (extracts of Hypericum perforatum L. herb,
leaves of Salvia officinalis L.) were revealed. When extracting raw materials from the same batch, the op-
tical density at a wavelength of 270 nm is associated with the content of flavonoids, antioxidants and dry
matter by a functional relationship, which is very convenient for rapid control of extraction processes in
order to obtain a product with reproducible characteristics. Formulas for calculating the content of antiox-
idants in extracts using the DPPH method in comparison with standard samples of rutin and gallic acid
are derived. Interpretation of data on the antioxidant content in different extracts in comparison with
other analytical parameters are also presented. Demonstrated high repeatability of the shape of the spec-
tral curves of Matricaria chamomilla L. flowers extract, observed regardless of the source of raw materials
can be used in combination with the individuality of the curve shape of the extracts of raw materials of dif-
ferent types as one of the authenticity criteria. The proposed UV-spectrometric method was used to study
the dynamics of Matricaria chamomilla L. flower extraction under different process parameters (tempera-
ture, propylene glycol/water ratio in the extractant). It is shown that extraction of raw materials with 50%
water-propylene glycol for 4 h at a temperature of 50°C is optimal.

Keywords: antioxidants; flavonoids; plant extracts; DPPH; standardization; propylene glycol; chamo-
mile; Matricaria chamomilla L.

Beenenue

Bropuunsiii MetabonmsM pacTeHU# ABIAETCA
OCHOBOM XWMWYECKOU CTPATETHH AMANTAIluU IIPeJ-
CTaBUTEJIEH 3TOTO I[ApCTBa KUBOTO MHpPa K OKpY-
sKatomied cpeme. Ilo cyTu pacTUTeIbHBIH MHpP SB-
JsgeTcs TPUPOXHOM JabopaTopuwell cHHTE3a WC-
KJII0YUTEIBHO PA3HOOOPA3HBIX IO CBOEH CTPYKType
HU3KOMOJIEKY/IAPHBIX  OHMOJIOTUYECKH  AKTHUBHBIX
coenuHeHUH. BemencTBue AIUTEIBHOTO COCYIIIECTBO-
BaHNsA OMOJIOTHMYECKHX BHIOB OOJBIIHHCTBO JTHX
coenuHeHWH (3a MCKIIOYEHMEM TPYMIIbl aJKa-
JIOMI0B) o0mazaeT 6ojlee HU3KOM TOKCHYHOCTBIO IIO
CpPaBHEHHUIO C MPOIYKTaMH UCKYCCTBEHHOTO CHHTE3a.
IlosToMy HecMOTps Ha PasBUTHE TEXHOJOTHH MO-
JIEKYJIIPHOTO TH3aliHA CHHTETHYECKHUX JeKapCTBEH-
HBIX CPEeJICTB, MHTEPEC K CPEeJICTBAM PACTUTEIHHOTO
MIPOUCXOKIeHns pacrter. Tak, mo manubiM Harrmo-
HabHOH MemunuuCcKoM Oubamorexu CIHA (http:

//ncbi.nlm.nih.gov) emxerognoe Yncio HAYIHBIX IIy0-
auKanui mo praBonouaam B mupe ¢ 1989 mo 2018 r.
BO3pociio mouTu B 20 pas. OKCTPAKTHI JIEKAPCTBEH-
HBIX PACTEHHH BXOAAT B COCTAB OOJBIIHHCTBA
CPEeJiCTB TI0 YXOIy 3a KOKEeH U M0JI0CThi0 pTa. B cBd-
3 C HaJIWYHEM y HTAHOJA Pa3ApaKalollero ae-
CTBHSI IPH HAPYKHOM IIPHMEHEHWH, a TaK:Ke CIIO-
COOHOCTH pPAacCianBaTh KUPOBBIE 3MYJIbCHOHHBIE
OCHOBBI 9THUX CpPeZICTB, B Ka4eCTBe dKCTpareHTa AJjsd
usBiedenuss BAB u3 pacTuTenbHOrO ChIpbS IIPH-
MEHSIIOT B OCHOBHOM 1,2-TIPOMHUJIEHTIHKONb W €T0
cvecu ¢ Bomoi. [IponuieHrInKoIb yaydinaer mpo-
HUKHOBEHNE KOMIIOHEHTOB PACTHTEIbHBIX SKCTPAK-
TOB B CJI0WM KO:KHOTO moOkKpoBa [1]. Texmomorus
COy-9KCTpaKIMH HMEeT BBICOKYIO ce6eCTOMMOCTb U
[M03BOJISET U3BIIEKATD JIUIIb ruAPOdQOOHbIE COeIUHE-
HUS,; IIPU 9TOM HE H3BJIEKAIOTCA INIMKO3UAbI ¥ 4aCTb
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arJUKOHOB TAKUX BaKHBIX pacTuTenbHbix BAB, Kak
(hraBoHOUTBI, U IPYTHE (PEHOIBHBIE COSIHHEHUS.
Hecmorpa Ha ImImpokoe mIpHUMEHEHWE BOHO-
nponwienraukonesbix (BIIY) u mpomunenraukose-
Beix (III') skCTPakTOB B KOCMETHYECKOH ITPOMBIIII-
JIEHHOCTH, B HAYYHOW JIUTepaType MIPaAKTHUYECKH
OTCYTCTBYIOT JJaHHBIE 00 MCCIeOBAHUAX UX COCTaBa
¥ CBOWICTB, a TaKKe 0 pa3paboTKe METOM0B UX CTaH-
maprusanuu. B ¢Ba3u ¢ aTuM B cnerudukanusax Ha
9KCTPAKTHI IPOMU3BOMUTENN, B TOM YHCJIE €BPO-
meicKre, KaK IPABUIO, YKA3bIBAIOT JIUIIb CBEe-
HUsA, TpebyeMble EHCTBYIOIIUMH pPerJaMeHTUpy-
FOI[AMU AKTAMHU, HO He CBA3aHHbIE C OMOIOTHUECKOH
aKTHUBHOCTBI0O DKCTPAKTOB (IIJIOTHOCTH, IIOKA3aTENb
MpeJIOMJIEHUs, MaccoBasd [OJid HeJIeTydux Be-
miectB). IlosToMy paspaboTka METOIWE CTaHIAPTH-
3allU¥ ¥ YCTAHOBJIEHUA TOKasaTeseil KauecTBa BOJI-

HO-IIPOITHUJICHTVINKOJIEBbIX 9KCTPAKTOB ABJIAETCA
aKTyaJIbHOM.
CBOoOOmHBIE pafWKANbl ¥  OKHUCIUTEIbHBIA

CTpecC ABJAIOTCI OJHUMH M3 OCHOBHBIX (DAKTOPOB,
JIEJKAIUX B OCHOBE (PHU3HUKO-XMMHYECKUX MEXaHU3-
MOB TIOBPEKIEHUs OMOMaKPOMOJIEKYJI, KIETOK, TKa-
HeH W OpraHoB, B TOM 4wuciie (POTOMOBPEKICHUI U
CTApeHus KOKH, 3J0KAYECTBEHHOIO IEPEPOKICHUS
ee KJIIETOK U Apyrux 3abonmeBaunii. Hoxa Kak opram,
HeIIOCPeICTBEHHO KOHTAKTUPYIOIINYM C BHeENIHeU
Cpemoi, IIOMHUMO BO3IEHCTBUS SHIOTEHHBIX (PaKTO-
POB, MHHUIMHMPYIOIIAX CBOOOIHOPATHUKAIBHOE OKHC-
JIeHue, TojBepraeTrcd HaAUOOIBIIEMY BO3IEHCTBUIO
dakTOPOB BHEIIIHEH cpeabl, TAKUX Kak ¥y P-pamua-
[¥st, POTOCEHCUONIN3aTOPbI, IPYTHe TOKCHIHbIE Be-
II[ECTBA, YYaCTBYIOIIME B PEAKITUAX C 00pa3oBaHuEM
CBODOOHBIX PAUKAIOB. B CBA3U ¢ 3TUM aHTHOKCH-
na"Tel (AO) ABIAIOTCS OMHUMU U3 BAKHEHUIINX Tel-
CTBYIOIIIMX BEIECTB B MPO(PUIAKTHIECKUX Cpel-
CTBaX JIJI1 HAPYKHOTO IIPUMEHEHU.

Pacrurenpubie (eHOIBI, IIOMUMO WMHTHOHPO-
BaHWsA CBOOOMHBIX PAIUKAIOB, MPH HAHECEHWH HA
KOJKY OKas3bIBAIOT 3all[UTHOE JeHCTBUEe U Oaaromaps
HAJIWYHUIO IMHPOKUX WMHTEHCHUBHBIX II0JIOC IIOTJIO-
menns B Y P-061acTH 5I1€KTPOMATHUTHOTO CIIEKTPA.
H3BecTHO, YTO COSHEUHOE HB3IyUYEeHHE C IJIHHAMHU
BoaH 320 — 400 um (A-mrarasoH) CIIOCOOHO IIPOHH-
KaTh B KOKHBIE MTOKPOBBI Ha IIyomHy 10 1 MM [2],
T.e. Ha TOJIOBHHY W 00jiee TOJIIAHBI JePMBbI, IPH
aToM obsagas craocobuocThio moepesxaarh I HK, BoI-
3bIBAThb PaK M CHmKeHHe uMMyHHTeTa. I[0CKOIBKY
IIPOOKCHUAAHTHOE aericrBrue ¥ P-msmyuenus peasru-
3yercs He TOJIBKO 4epes (POTOmeCTPYKIIUI0 MOJIEKYJI,
HO ¥ Yepe3 aKTUBAIIKIO 10 PA3IHYHLIM MEXaHU3MaM
9KCIIPECCUH OKCH[A3, B YACTHOCTH, ITUKIO0KCHATEHA-
3b1-2 [3], cmocobHOCTh MHOTUX (PIABOHOUIOB CHH-
JKaTh aKTHBHOCTH 9TOr0 (pepMeHTa SIBJISETCI BaK-
HBIM (DAKTOPOM 3aIl[UTHOTO IEHUCTBHUA SKCTPAKTOB
pacrenunii Ha KoxKy. [logaBieHre akKTUBHOCTU ITHUK-
JIOOKCHTEHA3bI CHI/KAeT U AKTHBHOCTD METAJIJIOIPO-

Teas, YTO IPEIOTBpAIlaeT paspyiienue (QpuOPHUILI
KOJIJIareHa B MEKKJIETOYHOM MaTpPHUKCE.

Msmuorue pacTuTenbHBbIE (DEHOJBI MyTEeM HEIo-
CPEeICTBEHHOTO B3aWMOMAEHCTBUA C THAPOPOOHBIMU
y4acTKaMM KOJIJIATeHA CTAOUIH3UPYIOT ero (PUOPHII-
JIBI ¥ CITIOCOOCTBYIOT HX O0Jjiee OBICTPOI COOPKE U3 OT-
IeTbHBIX MOJIEKYT [4, 5].

B wmccrmenoBanuax BBIABIEHBI W IPyrHe Mexa-
HU3MBI 3AI[ATHOTO JEUCTBHUS PACTHTEIHHBIX (DEHO-
JIOB HA KOKY: aKTHUBAIUA (DEPMEHTOB SHOTE€HHOMN
AHTHOKCUIAHTHOM 3aIUTHI [6], HHAYKIINI MeIaHo-
reHesa MeJIAHOIUTAMY IIyTeM aKTHBAIIMH SKCIIpec-
CHU COOTBETCTBYIOIIMX TeHOB [7], mOBbINIEHHE DKC-
mpeccu¥ axBamopuHa 3 (CrocoO6CTByeT HOpPMATU3a-
MY HAPYUIEHHOTO B pesynbrare ¥ P-obayduenus co-
JIEBOTO ¥ OCMOTHYECKOro Oajanca KieTku) [8], akru-
Barus O0erka — cympeccopa omyxosei p53 [9].

Koppenamuyu XuMHUYECKOTO CTPOEHUS U AKTHB-
HOCTH B OOJIBIIIMHCTBE CI[y4aeB HE YCTAHOBIICHBI.
PasHoo6pasue MexaHH3MOB 3aIIUTHOTO JAEHCTBUA U
MOJIEKYIAPHBIX MUIIEHEH PACTHUTEIHHBIX (DEHOJIOB
CBUIIETEIBLCTBYET O TOM, YTO JAEHCTByeT JuGO KOM-
ILUIEKC COeIUHEHNH, B3aUMHO YCUAUBAIIUX 3P deK-
TBI APYT ApPyra, JTub0 KOMIIOHEHT, KOJIMYECTBEHHO
3HAYUTEIBHO MPEODIamaouil Hall BCEMH OCTANb-
HbIMH. [[09TOMY CTAHIAPTHU3ALMIO U OIpPeaeIeHue
mapamMeTpoB KadvyecTBa HKCTPAKTOB MOKHO IIPOBO-
IIUTh Ha OCHOBE MHTETPATBHBIX [TAPAMETPOB.

O0BEeKTHI M MeTOObI MCCIEeNOBAHUI

IIpu BBIGOpE BHUAOB JIEKAPCTBEHHBIX PACTEHUMN
711 IPUTOTOBIIEHUA SKCTPAKTOB U IIOCTEIYIOIINX
HCCIIeJIOBAHUM TpeAnouTeHne ObLIO OTAAHO Hanbo-
jiee BOCTPEOOBAHHBIM KPYIIHBIMU OTEUYECTBEHHBIMU
MIPOU3BOAUTEAMHI KOCMETHIECKOHN POy KITHH.

Beicymmennoe pacrurensHOe ChIpbe Ipuobpera-
JU Y CIEIUAATH3UPOBAHHBIX ITOCTABIIUKOB: TpaBa
3Bepobosi mpoxabipsaBiaennoro (Hypericum perfora-
tum L.), muctba mandes gexapcreenHoro (Salvia
officinalis L.), IBETKM KaJeHIyJbl JIEKAPCTBEHHOMN
(Calendula officinalis L.), iBeTKu poMaIllKy amnTed-
Hout (Matricaria chamomilla L.), TpaBa cabeabHHKA
6osoraoro (Comarum palustre L.), nuctba Kpammu-
BoI asynomuon (Urtica dioica L.), mucTbs 3e1eHOro
vasa (Camellia sinensis L.), TpaBa uepennl Tpexpas-
nenbHOM (Bidens tripartita L.), mmombl obsenuxu
kpymuHOBUAHON (Hippophae rhamnoides L.), Tpa-
Ba THICAYENHUCTHUKA 00bIKHOBEHHOTO (Achillea mil-
lefolium L.).

IJKCTPAKIUI0 CyXOTO JIEKAPCTBEHHOTO pACTH-
TeIbHOTO ChIPbA 50 J%-HbIM BOTHBIM 1,2-TTpomIMIIeH-
[JIMKOJIEM OCYIIECTBIAIN TIPU MACCOBOM COOTHOIIIE-
HUU ChIpbA U dKcTpareHTa 1:19 mpu Temmepatype
50 °C B Teuenwe 4 4 B yCIOBUIX OCTOSHHOTO IIepe-
MEIUBAHUI. JKCTPAKTHI (PUIBTPOBATIH Yepes TPeX-
CIIOUHBIN (DUIBTP U3 MAPJIU U OUHINATH LEHTPUPY-
rupoBanueM npu 5000 mun~! B Teuenue 20 MuH.
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JuHaMuKy W3MeHEHHsA aHAJTUTHIECKHUX Xa-
PAKTEPHUCTHUK DSKCTPAKTOB B IIPOIlECCE H3BIIEUCHUS
BEI[ECTB M3 PACTUTENHHOTO ChIPh H3yYadd Ha
IIpUMepe POMAIIKH AaNTedyHOH (PeruoH IIpouspac-
Tauusi — Bemopyccus, pasmep yactuif — 1 — 5 mm)
IIPU PAas3iINYHBIX pPeERUMax (TemMmeparypa, COOTHO-
[IeHre BONbI W IIPOIUIEHTJIUKONS) YW IIePHUOIH-
YeCKOM IIepeMelnBanuu ¢ orbopom mpob mo 10 mir B
pasIuyHbIE MOMEHTHI BpEMEHU B TeUEeHHEe HepUoia
aKcTpakimu. MaccoBoe OTHOIIIEHHE ChIPhS U OKCTPa-
renra (rugpomonynis) — 1:19 (50 r ceipba Ha 950 T
pacTBopuTed).

CoexTphl  IOTJIONMIEHHS PErHCTPHPOBAIHA  C
ucnoab3oBanueMm crexrpodoromerpa  «CP-2000»
(Poccus).

Antupaguranpabie AQ ompenensnu, OCHOBBI-
BafCh Ha CIEKTPOMETPHUYECKOM HAOIIJeHUn 3a
UX B3aUMOJEHCTBHEM CO CTA0MJIbHBIM XPOMOTIEH-
panukaiom — 2,2-mudpeHni-1-TuKPUITHIPasHIoM
(JI®III) [10, 11]. K uccrenyemomy obpasity mobas-
aanu 2,7 ma 8,1 - 10® M pacrsopa J®III" B sTano-
JIe, TocJie 4ero 00beM PEeaKIIHOHHOH CHCTEMBI OBO-
IAJIN 3TAHOJIOM 10 3,6 MJI ¥ IIOMEIIAIH B TEPMOCTAT
npu T = 293 K ma 30 mun. TouHo MO OKOHUYAHUU
9TOTO WHTEPBaja BPEMEHHU WU3MEPATU OITUIECKYIO
IUIOTHOCTH PacTBOpa Ha JJIMHE BOJIHBI 517 HM B KIO-
BeTe C TOJIIUHOU morJoIaiero cioda 1 cm. Ilpu
9TOM H3MEHeHHeM o0beMa o0pasia J00HBAIKCH
TOro, 4ToObI TIyOMHA MIPEBPAINEHHS pPaguKaIa
JPIII" mo okoHYAHUH SKCIIEPUMEHTa, u3MepseMast
II0 ero ONTHYECKOMY HOTJIOIIEHHUI0, COCTABJIATA OT
15 10 70 %. I'ny6uny npespamenus I PIIT paccun-
TBHIBAJH 110 (DOpMYyJIe:

¢=1- DSKCH/DKOHTp} (D)

rme D,,., — OonTudeckas IUIOTHOCTh PEAKITMOHHOH
cucrteMbl 4depe3d 30 MMH mocie Hadaja pPEaKIIUy;
D, 1y — ONTHYECKASA ITIOTHOCTH KOHTPOJIBHOTO pac-
TBOpa; ( — riuybuna mnpesparnenus JPIII" guepes
30 MuH mOCIe CMeIUBaHUSI PeareHToB.

B KOHTpOIBHOM OMIBITE BMECTO PACTBOpPA DKC-
TpaKTa B pEeaKIMOHHYI0 cucTeMy BBomunau 96 %-
HBIY DTAHOJL.

®Dopmyna ans pacuera konunenTparuu AO B dKc-
TpakTe (MI/7) B CPABHEHHWH C PACTBOPOM CTAHAAPT-
Horo obpasiia (CO) rajioBoii KHUCIOTHI UMEET Clie-
IYIOIIUY BU:

[Ao]achp = 177 ’ 105 : [H®HF]OVCHCT0(477VM)) (2)

rae [ ®PIIT], — mavanpuas xounentpamnud [ PIIT
B PEaKIMOHHOU cucreMe, MOJb/I; V.. — 00beM
PEeaKIMOHHOM cucTeMbl, MiI;, V,;, — 00beM SKCTpakK-
Ta, BBEIEHHBIN B PEaKIIMOHHYIO cucteMy, Mi; 4,7 —
CTEXHOMETPUIECKUH K03 PUITHeHT HHTHOUPOBAHU
I ®IIT" ranmoBoil KUCIOTON B BHIOPAHHBIX YCIOBUAX
akcrepumenTta. llpm mepexome K KOHIEHTPAIIHIM

AO B cpaBHEHHH CO CTAHIAPTHBIM PACTBOPOM PY-
THHA [JaHHbIE YMHOKaIu Ha Kosddumument 2,04
(yYUTBIBAET COOTHOINIEHWE CTEXMOMETPHUYECKHUX KO-
a(ppUIIEEeHTOB HHrHOMPOBAHKS PYTHHA U TaJUIOBOM
KHUCJIOTHI ¥ COOTHOIIIEHVE WX MOJISPHBIX MAcCC).

dnaBoHOU B! OTIPENEIIATH 10 MOIUPUITHTPOBAH-
HOM Meronmke ['ocymapcreennoit dhapmakomen XIII
M3/IaHNA, OCHOBAHHOW HA KOMILIEKCOOOpa30BaHUU
HEKOTOPBIX TPYII (PIaBOHOMIOB ¢ KaTtuoHoM Al3T
(B KauecTBe PEAKITMOHHOU CpeIbl CIy;KHUIa CMECh
BOJbI W IPOMMJIEHTIUKOISI B OOBEMHOM COOTHO-
mrenud 1:1). 1 M1 aHATU3UPYEMOTO SKCTPAKTa CMe-
muBanu ¢ 1 ma 2 %-uoro pacrsopa AlCl; B 50 %-
HOM BOJHOM IIPOIIMJIEHTINKONE, mobaBisaau 10 mir
50 %-HOr0 BOZHOTO IIPOIMJIEHIIUKONSI U dYepes
20 MUH omIpeneNANM ONTHYECKYI0 ILUIOTHOCTH Ha
IUIHe BOMHBI 414 HM, Ipy HE0OXOIUMOCTH IIPOBOT
JIOIIOJIHUTENbHOEe pasbasimenue. Jad mpurorosie-
HUs (POHOBOTO PacTBOpa 1 MJI TOTO Ke SKCTPAKTa
cmemuBanu ¢ 11 M 50 %-HOro BOAHOTO HPOIIUJIEH-
[VIMKOJIA U I00aBJIAIN HECKOJIbKO Kaleiab YKCYCHOMH
kucimorTel. Copmep:xamue (IaBOHOHIOB B o00pasile
PACCYUTHIBAIN TI0 TPAIYUPOBOYHOMY TpaduKy, IO-
cTpoeHHOMY C uctoab3zoBannem CO pyTuHa.

Comep:xaHue CyX0T0 OCTATKA TAKKE OIPeNeIaln
M0 MOIM(PUIITMPOBAHHOH MeToauKe l'ocymapcTBeH-
Hoit papmaromen XIII usganus. Broke cymmnu B cy-
muisbHOM IKadyy mpu temneparype 184 — 189 °C
B Teuenue 15— 20 muu, oxmaxmganu (50 x 2) muu
B SKCHKATOpPE HAJ XJOPUIO0M KAJbI[HAA W B3BEIINBA-
JIA C TIOTPEINIHOCTHIO B3BelnBanus me 6omee 0,2 mr.
Cyuiky 610Kca IPOBOAWIN IO TEX II0P, ITOKA PACXO0iK-
leHIe MEeKIy IO0CIeI0BaTelbHBIMUA B3BEIIUBAHUI-
mu He ctaHeT meree 0,0002 r.

B 6rokc BHOCHIH 0KOJI0 1 T BKCTpPaKTa, B3BEIIU-
BaIU U CYIIWIX B CYIIWJIBHOM INKady NP TeMIIe-
patype 184 — 189 °C B Teuenue 4 4. [lo okonuanuu
BBICYIIMBAHUSA OIOKC C TIPOJAYKTOM BBIMEP:KUBAIH B
9KCHKATOpe HaJA XJIOPHUAOM KAAbLMsI B TeYeHUe
(50 = 2) MuUH ¥ CHOBa B3BEIIMBAIH. BpicymnBanme
MIPOOJIKATIN IO TEX TIOpP, MOKA PA3HUIA MEXKIY IBY-
MA TOCTEAYIOUINMY B3BEIINBAHUAMH HE CTaHET Me-
Hee 0,0001 r.

KoMmroneHTHBIM aHaIN3 SKCTPAKTOB POMAIIKH
anreynoi nmposoauau Mmerogom BAKX-MC/MC. O6-
Ppasiibl SKCTPAKTOB pasdasisiiu B 10 pas mogBuKHON
dasoii mepen mpoBemeHreM aHanuza. Kcmoabso-
Banu TruUOpPUIHBIA (MOHHAS JIOBYIIKA, BPEMSIIPO-
JIETHBIM  MAacC-aHAIM3aToOp)  MacC-CIIeKTPOMETP
LCMS-IT-TOF (Shimadzu, Amonusa), cHab:KeHHBIH
HMCTOYHHUKOM DJIEKTPOPACILLINTENIbHON HOHU3AUN
npu arMocq)epHOM [aBJIEHHH. Xpomarorpaduie-
ckas cucrema LC-20 (Shimadzu, Amonusa) cocrosia
u3 uHacocHoro moxyiasa LC-20AD, cucrembr aBToMma-
Tryeckoro Brojia mpobsr SIL-20AC, repmocrara Ko-
souok CTO-20AC, muogHO-MATPUIHOTO AETEKTOPAa
SPD-M20A u 6moka yupasnerus CBM-20AC. Pas-
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Puc. 1. Y®-cnexrpsr 50 %-HbIX BOAHO-IPOMIIEHIINKOIEBBIX SKCTPAKTOB JIeKApPCTBEHHBIX pacTeHui npu 100-kpaTHOM pas-
6aBreHun: I — 3Bepo60s IPOABIPABIEHHOIO0; 2 — KaIEeHAYIbI IeKaPCTBEHHOH; 3 — KPAMUBHI JBYIOMHOH; 4 — 00IeINXH KPYIIIn-
HOBHUHOM; 5 — pOMAIIIKK anTedHoi (a); 6 — cabenbHHUKA G0IOTHOTO; 7 — THICAIENUCTHUKA O0BIKHOBEHHOTO0; 8 — 3€JI€HOTO 4afd;

9 — uepens! TpexpasaenpHO; 10 — manges JekapcTBeHHOro (6)

Fig. 1. UV spectra of 100-fold diluted 50% water-propylene glycol extracts of medicinal plants: I — Hypericum perforatum L.;
2 — Calendula officinalis L.; 3 — Urtica dioica L.; 4 — Hippophae rhamnoides L.; 5 — Matricaria chamomilla L. (a); on the
right 6 — Comarum palustre L.; T— Achillea millefolium L.; 8 — Camellia sinensis L.; 9 — Bidens tripartita L.; 10 — Salvia

officinalis L. (b)

JeJIeHre TPOBOJUAN Ha KOJOHKE C IIPUBUTHIMU
Cig-rpynnamu Zorbax C;g (4,6 X 250 MM, nuamertp
yactur, — 5 MM) npoussoxacrea Agilent (CIIA) c
WCIIOTb30BAHUEM OWHAPHON CHUCTEMBI PACTBOPUTE-
el — JeroHm30BaHHasg Bomga ¢ mpobasroir 0,05 %
MypPaBbUHOU KHUCIOTHI U AIleTOHUTPWI. B Teuenwme
aHamM3a KOHIIEHTpAIuA AaleTOHUTPUIA JIHHEHHO
yBenuuuBauachk oT 5 mo 95 % 3a 40 muH, nanee ee
TIOIEPKUBAIA  IIOCTOSTHHOM B TeYeHHe 5 MUH,
3aTeM CHCTeMa YpPaBHOBEIIMBAaJIacCh HA HAYAIbHBIX
ycnoBuax (5 % ameroHUTpuUiIa) B TeYeHUWE D MUH.
Cxopocrs moroka cocrasisaiaa 0,5 mi/MuH, TeMmuepa-
Typa KooHKH — 25 °C, 06beM BBOIUMOM MPOOBI —
10 mis. COexTphl IOTJIOIIEHHUS PEeTrHCTPUPOBAIN B
nuanasoHe JauH BoaH oT 190 mo 750 HM ¢ yacToToi
3,125 I'i. Temmneparypa sueiiku — 40 °C. Macc-
CIIEKTPOMETP ObLI HACTPOEH TAKHM 00pa3oM, YTOOEI
raskmoe morHoe MC-ckanuposanue (m/z 100 — 1200)
B peKrMe TIPO(HUINPOBAHUS PETHCTPUPOBAIOCH BO
BPEMAMPOJIETHOM AaHAIU3aTOPe C paspelieHueM
15000 mpu m/z 200. CuekTphl perucTpUpOBaIH TIO-
IIEPEeMEHHO B PEKUME ITOJIOKUTENbHBIX ¥ OTPHUIla-
TeIbHBIX HOHOB ¢ mepuoaoM 0,8 c. Bpema Hakomme-
HUA MOHOB cocraBiano 10 mc, Hampa:xeHUe Ha Ka-
NWJISIPE B UCTOYHUKE MOHU3AIUH YCTAHABIHUBAIN
paBubM +4,5 u —-3,5 kB 1714 HeTeKTHPOBAHUA TI0JIO-
SKUTETbHBIX W OTPUIATETbHBIX HOHOB COOTBETCT-
BenHo. [loTok rasa-pacusuturens — 1,5 i/MuH, TeM-
repaTrypa HarpeBaTeJIbHOro 0JIOKa W TeMIeparypa
auaun geconbBaranuu — 200 °C. O6paboTky mau-
HbIX mpoBogmwau B mporpamme GCMS Solution
(Shimadzu, dmonwns).

Maremaruueckyio 06pab0OTKy JaHHBIX B HACTOS-
I[eM HCCIefOBAHUN MIPOBOAMAKM € momolnsio 110

Microcal Origin Pro 8.5. B coorBercruu ¢ I'OCT P
HCO 5725-6-2002 mmpoBomuiu oT 2 10 4 mapajieib-
HBIX OIIpe/le/IeHUH.

O6cy:xaenue pe3yabTaTOB

Ilpamas gomomempusn u 603MOICHOCIIU ee
UCNOAB30BAHUS 8 OnpedeseHUU KAUecmea Culpbs
U MOHUMOPUH2ze OUHAMUKU IKCMPAKYUL HA NPU-
Mepe pomauwku anmedHol. ¥ P-CIEKTPOCKOIIH-
YeCcKHe XapaKTEePHUCTUKNA BCEX MCCIEIOBAHHBIX DKC-
TPaKTOB B [AuAIla30HE JJUH BOJH CBbIie 250 HM
OTIpeIeIAI0TC HATUIHeM (DEHOIBHBIX COeIMHEeHUH
[12] (pmc. 1), KOTOpBIE AAIOT XapaKTePHBINA THUK OKO-
0 270 HM, B CIEKTpaxX HEKOTOPBIX SKCTPAKTOB He-
CKOJIBKO CMEIIeHHBIN B IIMHHOBOIHOBYIO (11aside,
cabenbHUK) U KOPOTKOBOJIHOBYIO 0671aCTh (KasieH-
nyna). B obmactu 310 — 370 HM GOJIBIIMHCTBO SKC-
TPaKTOB TAKKe UMEIOT IIUK WJIH IIJIeY0; TAKUM obpa-
30M, YeM WHTEHCHUBHEE W CHJIbHEE CMEIlleH B [JINH-
HOBOJIHOBYIO 00JIaCThb 9TOT ITHK, TeM a(peKTuBHEe
MO:KeT paboTarh q06aBKa 3TOrO DKCTpAKTa B Cpel-
CTBO /IS HapY;KHOTO IIPUMEHEHWsS B KadecTBe
3aIUTHOTO cBeTo(uiabTpa. CaHTUMETPOBBIM CIIOU
pasbasientnoro B 100 pas obpasiia B KIOBET€ COOT-
BETCTBYET II0 IOTJIOIIAOIIEH CII0COOHOCTH ILJIEHKE
Hepas0aBJIEHHOTO JKcTpakTa Toaruaoi 100 MEM.
Taxras mrenka skcrpakra iaiadges (cM. puc. 1, Kpu-
Bas 5) 00ECIIEUUT MTOYTH PABHOMEPHOE TPEXKPATHOE
ocnabjieHre CBeTa BO BCEM IOTEHITHAIBLHO OITACHOM
nuatasoue ayiuH BorH. OfHAKO IPU MCIIOIb30BAHUN
9KCTPAKTOB /i IPUTOTOBIECHUA HAPYKHBIX CPEJICTB
HE00XOUMO YYHUTHIBATH, UTO, HAIIPUMEP, THIIEPH-
[IVH, SBJISIOMINICS OJHUM M3 OCHOBHBIX ITOJTH(PEHO-
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JIOB 3Bepo00si, OKa3bIBAeT (POTOCEHCHUOUIHBUPYIO-
miee peucraue [13].

Hecmorpsa Ha obiue yepThl, (hOpMbI CIIEKTPOB
IOCTATOYHO HHIUBULYAIbHBI X MOTYT OBITH MCIIOJIb-
30BaHbI B KAYECTBE OJHOTO M3 KPUTEPHUEB ITOMJIUH-
HOCTHU 9KCTPaKTa U ChIphs [14].

IIpumenenue meToma IPSIMOL (DOTOMETPHH B Iie-
JIAX KOHTPOJISA IIpoliecca SKCTPAKIIHU 0YeHb yI00HO,
MIOCKOJIbKY TOYTH He TpedyeT mpoOOI0rOTOBKH.
Paccmotpum 10 Ha ipumepe monydenus 50 %-Horo
BOIHO-IIPOTHIEHTIINKOJIIEBOTO 3KCTPAKTA POMAIIKU
aITevHOoM.

Ilo mamHBIM TPOBEIEHHOTO HUCCIETOBAHUI METO-
mom BOHKX/YDO/MC mpu BOAHO-IPOMUIEHTIHKOIE-
BOM SKCTPAKIIMM HCIIOJb30BAHHBIX HaMU 06pasIioB
CHIPbA POMAIIKH aIllTE€YHOH W3 TPYIIbI (DIIABOHOU-
OB ObLIM HWAEHTU(DUIIMPOBAHBI AIUTEHWH U €ro
rpousBouble (amureHuH-7-O-rioKonupanosus (Koc-
MOCHWH); aleTHI-anureHuH-7-O-rIroKonupanosusI,
ManoHuI-7-O-TII0KONUPAHO3H, AleTHI-MATOHUI-
anureHuH-7-O-TIOKONUPAHO3U B PA3IHIHBIX H30-
MEpHBIX (DOPMAax II0 MECTY IPHCOSTUHEHU AIlUJIH-
pyrolel rpyImsl), a Takke 5,4'-guokcu-3,6,7,3'-Te-
tpamerokcudiaBod. CoeauHeHuUs € BpeMeHAMH
ynep:kuBauus 14,33 u 16,36 MmuH uMewT GPYyTTO-
(bopMyny ClGHZOOQ (M -HJ- 355,1016, A=
= —5,3 M.7I.), YTO B COBOKYIIHOCTH C JAHHBIMHA O MacC-
ce Morserynapuoro mona [M + Na]* 379,1003 u
Maccax IpOAYyKTOB Qparmenraruu 177,0542 wu
195,0649 cBupeTeIbCTBYET O TOM, UTO OTH COEIH-
HEHUA SBISIOTCA MOHOTIOKO3UIaMu (PepyIoBOi
KUCJIOThI miu ee m3omepoB [15]. Meromom BIFKX-
AMP B pabore [16] 6bLIO HOKA3aHO, YTO B BOMHO-
9TAaHOJBHBIX YKCTPAKTAX POMAIIKHU COAEPIKATCA H30-
MepHBIE yuc- u mpanc-popmbr 2-O-riaoKoNEpa-
HO3UAA 2-TUIPOKCU-4-METOKCUKOPUYHOU KHCIOTHI,
KOoTOpas u3oMepHa (PepyoBOH U SBJIIETCA IIPEe-
IIIECTBEHHUKOM 7-MeTOKcuKyMmapuHa. Ha ocHoBa-
HUY COIIOCTABJIEHUS IIPEACTaBIEHHBIX B paboTe [16]
IaHHbIX ¢ moaydeHHbIMEU U3 Y@ u MC cnexrpos
mukoB 2, 3 u 9 (puc. 2) MOKHO cAeaaTb BBIBOI
O TIPUCYTCTBHUH AAHHBIX COEIUHEHUH B BOIHO-IIPO-
MMUJIEHTJINKOIEeBOM 3KcTpakTe. IIuk 1 co BpemeHeM
yIoep:KuBaHua 7,2 MUH TIPeIBapUTEIbHO HIEHTH-
urupoBan Kaxk NpUHAIEKAIUNE TUTTHKO3UILY
MOHOSIZIEPHOTO (PeHOIBLHOTO COeUHEHNS Ha OCHOBA-
HHH YCTAHOBJIEHHOH 6pyTTo-hopmysbl CyoHg 01,
(IM+H]* 487,1791, A = -3,9 m.1.) u YP-cexrpa ¢
MakcuMyMoM toriornieHus npu 280 um. W3 nurepa-
Typsb! [17] M3BEeCTHO, YTO B BOJHO-3TAHOIBHBIX DKC-
TpakTax AIWTeHUH U ero IIPOU3BOIHbBIE SBIIAIOTCS
JOMUHUPYIOIAMH COEIUHEHUAMH, KaK U B paccMar-
pUBaeMbIX 37[eCh BOAHO-IIPOITUJIEHTIHKOIEBBIX DKC-
TpakTax poMamiu. TakuMm 06pasoM, BOTHO-IIPOIIH-
JIEHTJIUKOJIEBBIH ¥ BOJHO-3TAHOJIBHBIN 3KCTPAKTHI
WMEIOT CYyIIIECTBEHHOE CXOJCTBO II0 COCTaBY OCHOB-
HBIX U3BJIEKAEMBbIX COeIHHEHHH.
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Puc. 2. Xpomarorpaduueckue npodunu 50 %-HOTO BOIHO-
TIPOITMJIEHTJIMKOJIEBOTO JKCTPAKTa POMAIIKH AITeYHON Ha
mnuae BoiHbI 254 HM (@) m 330 HM (6): 1 — MoHOsmEp-
HBIH (DEHONBHBIN TUIIUKO3UA (IIpeJBapHUTENbHBIH COCTaB
CyoH30015); 2 — yuc-2-ruaporcu-4-MeTOKCUKOPHUYHON KHCIIO-
ThI 2-O-TIIOKONUPaHO3UI; 3 — MpPaHCc-2-TUAPOKCH-4-METOK-
CUKOPUYHON KuCI0Thl 2-O-rirroxonupanosun; 4 — amure-
HUH-7-TIIOK03u; 5 — anurenus-7-0-6-O-mamonuna-D-riro-
KO3uJ; 6 — allureHuH-7-aleTuITII0KO3UI; 7 — ameTuI-Ma-
JIOHWJI-anurenns-7-O-raokosun; 8 — anurenus; 9 — 7-me-
ToKcuKymMapuH; 10 — 5,4'-muokcu-3,6,7,3'-TeTpaMeToKCH-
daason

Fig. 2. Chromatographic profiles of a 50% water-propylene
glycol extract of Matricaria chamomilla L. at a wavelength
of 254 nm (top) and 330 nm (bottom); I — monophenolic di-
glycoside (tentative composition CyyH3,0,5); 2 — cis-2-glu-
copyranosyloxy-4-methoxycinnamic acid; 3 — ¢rans-2-gluco-
pyranosyloxy-4-methoxycinnamic acid; 4 — apigenin-7-glu-
coside; 5 — apigenin-7-0-6-O-malonyl-D-glycoside; 6 — api-
ginin-7-acetylglycoside; 7 — acetyl-malonyl-apigenin-7-O-
glucoside; 8 — apigenin; 9 — 7-methoxycoumarin; 10 —
5,4'-dioxi-3,6,7,3'-tetramethoxyflavone

IIpu skcTparupoBaHuU CHIPHA OJHOM M TOH JKe
IIapTUH OINTHWYecKas IIJIOTHOCTb Ha JJIWHE BOJIHBI
270 HM cBsi3aHa C MMapaMeTpaMu HU3BlIedeHus Qia-
BOHOHUZIOB, AHTHOKCHIAHTOB W CYXOrO BeIIecTBa
(byHKIHOHATBEHOM 3aBUCUMOCTHIO, YTO IOATBEPIKAA-
erTcd KOPPEeNAIMOHHBIM aHaiu3oM (n = 9) Ha mpu-
Mepe POMAaIKH anTevdHoi (tabim. 1).



18 «3aBoackasa Jaboparopusd. [[marnocruka marepuanos». 2020. Tom 86. Ne 8

Hanumume »5THX (QYHKIIMOHATHHBIX 3aBUCHU-

MOCTEN OYeHb yI[06HO JJII KOHTPOJIA IIPOU3BOI-
CTBEHHBIX IIPOIIECCOB B I[€J/IAX IIOJYyYE€HUI IIPOAYKTA,
BOCIIpOM3BOAUMbIE

HMEIOIIEero
(puc. 3).

XapaKTepPUCTUKU

D
2,444

1,81

1,21

0,61

0,0 : : : ; =
200 300 400 ), HM

Puc. 3. Crexrpsl MOTTIONEHU S9KCTPAKTA POMAIITKH AIlTed-
HOM, 3apeTUCTPUPOBAHHbBIE B X0/€ dKcTpakuuu 50 %-HbIM BO-
IHBIM IPONIHIEHTIuKoIeM mpu Temmeparype 50 °C B Teuenue
1u(1),29(2),3u(3),4u(4),244(5)

Fig. 3. The absorption spectra of Matricaria chamomilla L.
extract upon extraction with 50% water-propylene glycol
at a temperature of 50°C for 1 h (1),2h (2),3h (3),4h (4),
24 h (5)

0,0

200 300 400 500

A, HM

)

OueBUAHO, YTO HPH BHIOPAHHBIX YCAOBHUAX MU
temneparype 50 °C mporecc sKcTpakiuu depes 4 a
TocJjie Havyajia MOKHO CUUTATH IMPAKTUIECKH 3aBEP-
IIEHHBIM; IIOBBIIIEHNE TEMIIEPATYPhl SKCTPAKIIUU
HE COIPOBOMKIAETCA IIOBBINIEHHEM ee d(pQeKTHuB-
Hoctu (puc. 4).

D
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Puc. 4. Bpemennaa 3aBUCHMOCTH ONTHYECKOH IIJIOTHOCTH
SKCTPaKTa POMAIIKU B KIoBeTe ToIIuHou 1 cm mpu 100-kpart-
HOM pa3BeleHUH Ha AarHe BOITHBI 270 HM B X0Zie 9KCTPAKINN
[IpH Pa3IUYHbIX TeMieparypax (rugpomoayis 1:19)

Fig. 4. The time dependence of the optical density of cham-
omile extract in 1 cm cuvette (100-fold dilution) at 270 nm
during extraction at different temperature conditions (hy-
dro module 1:19)

Puc. 5. CrekTps! IOTTIONEHNA 9KCTPAKTOB POMAIIIKY alITEIHOH B X0/Ie KCTPAKITAY 75 J-HbIM BOJHBIM IPOIUIEHIINKOIEM (@,
pasbasienue B 100 pas) u 100 %-ubiM nmponuieHraukoieM (6, pasbasinenne B 10 pas) B reuenne 4 4 (1); 8 u (2), 24 1 (3), 48 u (4),
7249 (5), 96 1 (6), 120 u (7) npu remneparype 20 °C (ruagpomozmyas 1:19)

Fig. 5. The absorption spectra of chamomile extracts upon extraction with 75% propylene glycol (left, 100-fold dilution), and
100% propylene glycol (right, 10-fold dilution) for 4 h (1), 8 h (2), 24 h (3), 48 h (4), 72 h (5), 96 h (6), 120 (7) at 20°C (Hydro

module 1:19)

Ta6mauua 1. Kosdduumuenrs: napuoii koppensiuu ([lupcona) mesxay mapamerpaMmu BOAHO-IIPOIMICHTIUKOIEBBIX SKCTPAKTOB
POMAIIIKY alTeYHOH, ITOJyIEHHbBIX U3 OTHON IIAPTUH ChIPHA IIPU PA3INYHBIX YCIOBUAX HKCTPAKIIMOHHOTO IIpoliecca (BpeMs, TeM-

Ieparypa, COOTHOLIEHNE BOIBI U IIPOIIMIEHTINKOJIA)

Table 1. Pearson’s correlation coefficients between the parameters of water-propylene glycol extracts of Matricaria chamo-
milla L. obtained from the same batch of raw materials under different conditions of the extraction process (time, temperatu-

re, and water/ propylene glycol ratio)

ITapamerp % CyxOTo BelecTBa Kounenrparnus dhraBoHOHI0B D npu 270 HM
Cozmep:xaHue aHTHOKCHIAHTOB 0,90 0,89 0,91
D 1pu 270 M 0,99 0,94 —

Kounenrparusa giraBononmos 0,98
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75 %-Hblii BOAHBIM IIPOIUJIEHTIUKOIbL HMEET
SKCTPArupyOIIyld  CIIOCOOHOCTh,  AHAJOTHYHYIO
50 %-uomy (puc. 5,a). JuHamMuKa W3MEHEHUS
Y®-ciekrpa mpo6 mpu srcrpakiuu 100 %-HbIM
1,2-ipontmrerraukonem (puc. 5, 6) 1eMOHCTPHUPYET,
YTO HE COIEeP:KaIUi BOAY DKCTPATEHT IOYTH HA II0-
pAnok ycrymaer mo 3QEeKTUBHOCTH B OTHOIIEHUU
BTOPHUYHBIX META00JIUTOB (PEHONBHOTO THUIA: TIPU
BpeMeHu sKcTpakiuu 72 1 u Temmneparype 20 °C mis
perucTpanuy aHaJOTUYHBIX 3HAYEHUN ONTHYECKOU
wIoTHOCTH Tpebyercs B 10 pas MeHbliiee pazbasie-
Hue; dopMa CIIeKTpa H, CJIe0BaATEIbLHO, COOTHOIIE-
HHe KOMIIOHEHTOB B DKCTPAKTE IIPU STOM 3aMETHO
MEHSIOTCH.

Pucynox 6 mimiocTpupyeT BBICOKYIO IIOBTOpSe-
MOCTB CIIEKTPAIBHBIX KPUBBIX BHE 3aBUCHUMOCTH OT
HMCTOYHUKA ChIpbs. [Ipu 5TOM 60JIee BbICOKAA MHTEH-
CHUBHOCTH IIOTJIOI[EHUS, 0COOEHHO B 00JIACTH JIJIHMH-
HOBOJTHOBOTO ITMKA, COOTBETCTBYET 60jiee BHICOKOMY
Ka4ecTBY ChIPbA (Tabi. 2).

Codeporcarue anmuorcudarnmos u @GaasoHOU-
dos. Coomnowerus mencdy GHAAUMULECKUMU XQ-
PAKMepucmuKam, dKCmpaKmos pasubvlx 6udos
coipva. Ha puc. 7 B BuIe KOPPEIAIUOHHBIX IHA-
rpaMM IPEeJCTABIEHBI B3ANMOCBAZH BEIUIUH OITH-
YEeCKOUW IIOTHOCTH BOJHO-IIPOIHIEHTINKOIEBBIX
SKCTPAKTOB PA3JIUYHBIX BUJIOB JIEKAPCTBEHHOTO Pac-
TUTEIBHOTO CHIPhS M COMEPKAHUS OHMOIOTHIECKH aK-
THBHBIX COeTUHEHNH.

AHanmuTUYeCcKuil CUTHAI B METO/e, OCHOBAHHOM
Ha npuMeHenun paaukana [JPIIT, B ucnonbsosan-
HOM BapHaHTE PEAKIMOHHOH Cpelbl OTPAaKAET XOI
peaxmumn:

ArOH « 2 s Ar0- 2T A0
— ArO* +J1ONT — 5 Ar0* +OIT-H, (3)

B KOTOpPO# AKTHBHOCTH IPOSBJISIOT COEIWHEHUsT,
JIETKO OTHaroIue aroM Bojopoxa. Takxwe coexmwme-
HHA B HOJABJISIONIEM OOJIBIITUHCTBE ABISIOTCI U 3(-
(hbeKTUBHBIMH HHTHOUTOPAMH KHUCIOPOAIIEHTPUPO-
BAHHBIX PAIUKAIIOB — KIOYEBOr0 3B€HA MEXaHU3-
MOB Pa3BUTHI OKHUCIUTENHHOTO CTpecca.

Tanrenc yria HakIOHA JUHWH PETPECCHH Ha
puc. 7, 6, IpoBeneHHON naxke 6e3 yuera Todek 4, 6 u

2,0

15

1,0 2

0,5

0’0 T T T N 1
200 400 600

A, HM
Puc. 6. Cuexrpsr nornormienus 50 %-HbIX BOTHO-IIPOIIICH-
TJINKOJIEBBIX SKCTPAKTOB poMmamku anrteunoi (Matricaria
chamomilla L.), moIy4eHHBIX U3 ChIPbS PASHBIX IIPOU3BOIH-
Tenel: I — mocTaBIIuK 1; 2 — mocTaBmIuK 2; 3 — IMOCTABIIUK
3, maprus 1; 4 — mocraBIUK 3, mapTusa 2

Fig. 6. The absorption spectra of 50% water-propylene gly-
col extracts of Matricaria chamomilla L. obtained from raw
materials of different manufacturers: 1 — supplier 1; 2 —
supplier 2; 3 — supplier 3, lot 1; 4 — supplier 3, lot 2

8, paBHbBIH 3,2, T.e. CyI[ECTBEHHO OOJIBIIUNA €IUHH-
I[bI, TOBOPUT O TOM, YTO 3HAUHWTENbHAS dacTb AQ,
omnpenensembix Meronom J[PIIT", He obpasyer Kom-
miekcos ¢ Al3*, mormomammux Ha aHATUTAYECKOM
ITMHE BOJIHEI.

OueHb BBICOKUM COMIEP:KAHNEM AHTHOKCHIAHTOB
obmagaer BIIT" skcrpakr sememoro uas. CorsracHo
auTepaTypHbIM AaHHBIM [18] deHOTBHBIE AHTHUOK-
CUZIAHTHI Yasd MPeCTABIEeHbI B OCHOBHOM KaTeXHHa-
MH ¥ ux npousBogubiMu (10 30 % cyxoi MacchI JIuc-
Ta), B TOM YHCJE, SMUTATIOKATEXUHTAIIATOM, I
KOTOpPOTO YCTAHOBJIEHA CIIOCOOHOCTH CTAOMIHN3UPO-
BaTh PUOPUILIBI KOJIIAreHa, HOIIePKUBAIOIIEro YII-
pyTHe CBOMCTBA KOKH, W 3allUIATh KOJJIATEH OT
TUapOIN3a KojutareHasamu [19].

Xopotiree coueTanue BeICOKOTO copep:xannsg AQ,
ompefienaeMbix ¢ momombilo Al* dasomoumoB m
noryomenusa ¥ P-usnydenns Bo Bcem A- u B-guamna-
3one Habmogaercs y BIII skerpakra nucTheB miaj-
des nexapcrBeruoro. OcHoBHBIME (DIIABOHOUAAMU
manges ABAAIOTCI JIIOTEOJUH U €ro TIUKO3UIHAST
dopma mroreonun 7-O-raroxosun [20]. Boabioe ko-

Ta6.11nna 2. PUBUKO-XUMUYECKUEe IT0Ka3aTeIn BOOHO-IIPOITMJICHIINKOJIEBbIX 9KCTPAKTOB POMAIIIKKA arTevYHOU (Matricaria cha-

momilla L.), Hony4eHHbIX U3 CHIPHA PA3HBIX IPOHU3BOAUTENEH

Table 2. Physicochemical characteristics of water-propylene glycol extracts of Matricaria chamomilla L. obtained from raw

materials of different manufacturers

Mpowmommerm copna B e Dop®  Maccaeoro Corepmane paasosouion,
ITocraBmuxk 1 4 0,63 (271 um) 0,53 (1wmeuo) 0,79 0,23
ITocraBmuk 2 4 0,26 (266 um) 0,18 (wmeuo) 0,40 0,08
IlocraBmuk 3 maprus 1 3 0,98 (267 uM) 0,87 1,33 0,82

* 3HAYeHHA ONTHIECKUX IIOTHOCTEH u3Mepens! mpu 100-KpaTHOM pas3baBIeHHN HCXOLHOTO SKCTPAKTA.
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Puc. 7. luarpaMMbl KOppeAnui comep:kanus (DIaBOHOU-
IIOB, CYMMAPHOTO KOJIMYECTBA AHTHOKCHAAHTOB (METOx
N ®IIT") u onTHYECKOHN MIIOTHOCTH HCCIEIYEMbIX 9KCTPAKTOB
JIEKAPCTBEHHBIX pacTeHui: I — 3Bep0o060ii MPObIPABIEHHBIN
(TpaBa); 2 — KajeHmyJa JieKkapcTBeHHasd (I[BEeTKH); 3 — Kpa-
nuBa ABynoMHas (JIucTbd); 4 — obiienuxa KPYIIMHOBUIHAST
(mnonpl); 5 — pomarika antednas (IBeTKH); 6 — cabeIbHUK
6os10THBIN (TpaBa); 7 — THICAYEIUCTHUK OOBIKHOBEHHBIN
(TpaBa); 8 — uaii 3emeHbli (TUCTHA); 9 — 4Yepena Tpexpas-
nenbHasdg (TpaBa); 10 — mandei TeKapCTBEHHBIN (JIUCTHS)
(comepsxanue AO B 00bEKTaxX IIPEICTABIEHO B CPABHEHUU CO
craHgapTHbBIM 06pasiom raoBoi kuciaoTsl (I'K) u pyruna)

Fig. 7. Correlation diagrams of the flavonoid content, total
amount of antioxidants (DPPH method) and the optical
density of the studied extracts of medicinal plants: I —
Hypericum perforatum L. (grass); 2 — Calendula officinalis
L. (flowers); 3 — Urtica dioica L. (leaves); 4 — Hippophae
rhamnoides L. (fruits); 5 — Matricaria chamomilla L. (flow-
ers); 6 — Comarum palustre L. (grass); 7 — Achillea millefo-
lium L. (grass); 8 — Camellia sinensis L. (leaves); 9 — Bi-
dens tripartita L. (grass); 10 — Salvia officinalis L. (leaves)
(the AO content in the objects is presented in comparison
with a standard sample of gallic acid (GA) and rutin)

JIMYECTBO [AHHBIX YKA3bIBAET HA IOJIE3HBIE CBOMCT-
Ba MaHHOTO (PJIABOHOWAA: TAK, JIOTEOJIHH CHUIKAI
ypoBeHb ¥ P-A-MHAYIHUPOBAHHOTO OKHCIUTEIHHOTO
cTpecca B (pubpobiaacrax xoxku uemoBexa. CHinkas
COoflepsKaHNe AKTUBHBIX (DOPM KHCIOPOAA, JIIOTEO-
JWH TE€M CaMbIM 3aMeIJjIfieT aKTUBAIHI0 (paKTopa
HIF-1a, akTuBHOCTH KOTOPOTO CBSI3aHA C YCUIEHUEM
ayrodaruu B YCIOBHUAX OKHUCIHUTEIBHOTO CTpecca
[21]. Bru1a mpomeMOHCTPHPOBaHA BO3MOKHOCTD HC-
II0JIb30BAHUA JIOTEOJINHA B KOMKHOM IIACTHUECKOU
XUPYPTUU [JIA CHIIKEHHUSA HIEMUYECKUX pernepdy-
3UOHHBIX TIOBPEKIEHUH KOKH, KOTOPOE CBI3aHO C
MIOBBIIIIEHUEM YPOBHS AKTHUBHBIX (POPM KHCIOPOIA
[22].

OcCHOBHBIM (PJIABOHOMOM POMAIIKH SBJISETCS
anureHwH (B BUje ariuKOHA U TIIHKO3HIOB), KOTO-
phIii cmocobeH Oaaromaps WHAYIIMPOBAHHIO BXOIA
KaJbI[iAd B IIUTOIIA3MY KJIETOK CHIKATh YKCIIpPEeC-
cui0 MerayuronporenHas [23, 24], TUAPOIUBYIONIHX
CTPYKTypHBIE OENKd MEKKIEeTOYHOTO MaTpPHKCa
ro:xu. [Ipeobnananve anurennHa cpequ PIaBOHOU-
IIOB I[BETKOB POMAIIKU O0OBACHSIET U HU3KHE 3HAUE-
HHSA IT0Ka3aTesid aKTUBHOCTH 3TOTO SKCTPAKTA B OT-
Homenuu cBoboguoro pamukana J[PIIT (8 18 pas
HUKEe, YeM y DKCTpakKTa Iandes mpu Bcero B 1,7
pasa 6ojiee HM3KOH OIpene/sieMOd KOHIIEHTPAIINU
(hb1aBOHOMIOB), TIOCKOJIBKY ATTUTEHUH HE COIEPKUT
nByx OH-rpynn B 0pmo-1nonoKeHIH, TOBBIMIAIOIINX
Ha 2 — 3 MOPAAKA BEIHYHHBI KOHCTAHTY CKOPOCTH
Bzaumopericteua AO ¢ pagukazaMu B TOMOT€HHBIX
cpefiax BCJIE[CTBUE TMOBBIIEHUA IPOYHOCTH BHYTPH-
MOJIEKYIAPHOH BOJOPOTHOHN CBSI3M IPH OKHUCIEHUH
HMCXOIHOTO BEIlecTBa [0 CEMUXHHOHHOTO paguKaia
[25]. Tem He menee maunubIe paboTe! [26] cBUIETEID-
CTBYIOT O TOM, YTO B T€TEPOTEHHBIX CHUCTEMAaX Pa3HU-
[a MeKIy BelINYMHAMH AKTUBHOCTH COEIUHEHWH,
MMEIOIIUX U He UMEOIINX 0PMO-TUOKCUTPYIIILY, Me-
Hee CyIIIeCTBeHHA.

Crnemyer OTMETHTBH, YTO MHOTHE BHIBI JIEKap-
CTBEHHBIX PACTEHUH 001a7]a10T 3HAYUTEIbHOH TeHe-
THYECKOM BaprabeabHOCThI0 XHMUYIECKOTO COCTaBa,
OTHAKO PacCMOTPEHHE HTOTO BOIpPOCa HE ABJIAETCS
IIEeJIBI0 HACTOAIIETO UCCIEJOBAHUA.

3axJaroueHue

s 6osbiiieit YacTu BUIOB 9KCTPAKTOB B3AWMO-
CBA3b MEKIy ONTUYECKOH IIJIOTHOCTHIO HA JJIHNHE
BosHBI 270 HM W colep:kaHHeM aHTHUPaAUKATbHBIX
AO wumeer meTepMHHUPOBAHHBIN xapakrep. M3 ju-
HUU PErpeccud BhINAI DKCTPAKT POMAIIKKA TI0
YIIOMSHYTOH BhbIllle puurHe mpeodmamanus AO 6e3
0pMO-AUOKCUTPYIIIIUPOBKH, HKCTPAKT TPABBI dYepe-
IbI, a TakKe cabelbHHUKA U obmenuxu. Toukm AByX
TIOC/IETHUX SKCTPAKTOB HAXOMATCA CYIIECTBEHHO
BBIIIE JIUHUHU PETPECCUU, T.e. 3HAYUTENbHASI YacCTb
AHTUPAAUKAIHHON AKTUBHOCTH OTHUX 9SKCTPAKTOB
o0ycioBIeHa BelecTBaMu He)eHOJIbHOM IPUPOIEI.
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Ta6mauua 3. Kosddunmuenrs: napuoit koppemnsiuu ([Iupcona) mexny wsmepenabiMu mnapaMerpamMu 50 %-HbIX BOIHO-IIPOIIHU-

JIEHTJIMKOJIEBBIX YKCTPAKTOB PA3HBIX PACTEHHUH

Table 3. Pearson’s correlation coefficients between the measured parameters of 50% water-propylene glycol extracts of diffe-

rent plants

[Tapamerp Konnenrpanusa daaBorounmos D npu 270 M D npu 330 HM
Copnepskanue anTrokcuaauTos no JJOIIT 0,26 0,89 0,01

D mpu 330 HM 0,74 0,31 —

D 1pu 270 H™m 0,35 — —

JlanHbIie 0 Koa(hpuitneHTax KOPPEIIIIny aHaATIH-
THYECKHUX [JAHHBIX [0 SKCTPAKTAM NPHUBEIEHBI B
Tabi. 3.

Copep:xanre ()IaBOHOMIOB, CIIOCOOHBIX 00pa30-
BBIBATh KOMILIeKchl ¢ Al3*, moriomarmoux OKoJIo
414 BM, KOppenupyeT C IIOIVIOUIEHHEM 3KCTPAKTOB
Ha piauHe BoaHBI 330 HM, rie u30upaTenbHO MMOIJIo-
AT (PIaBOHOUABI U OKCHKOPWUYHBIE KHCIOTHI,
UMeIOIINe COIPIKEHHYI0 C apOMaTHYECKUM KOJIb-
[I0M HEIpeIeIbHYI0 CBA3b, U 0YEHb CIa00 KOppeu-
PYeT c IoTIoIeHneM Ha [JInHe BOIHBI 270 HM.

IIpencraBienubie B pabore pes3yabTaThl U 3aKO0-
HOMEPHOCTH MOTYT OBITh HMCIIOJIb30BAHBLI HA IIPOM3-
BOJCTBE MJII KOHTPOJIS IIpollecca DKCTPAKINU U
CTaHAAPTU3AIUN IPOAYKTA.

dunaHcupoBaHUE

Pa6ora Brimonaena npu nojzaep:xke Munucrep-
CTBa HAyKW W BbICIIEro oOpasoBaums Poccuiickoi
Deneparum.
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Paspaborana Merouka orpeeseHns OCTATOYHBIX KOIMYECTB YeTBEPTUYHBIX AMMOHUEBBIX COe-
muuenni (YAC) B nuineBbix npogykrax meromom ¥ BOKX/Mace-criekTpoMeTpun BICOKOTO pas-
PpelleHus TocIe BOAHO-aIleTOHUTPUIBHOM SKCTPAKITUH OITPeeIIeMbIXx KOMIIOHEHTOB. AHAIA3Y-
poBasi 00pasIbl MOJIOKA, ChIpa (BEPXHUI KOPKOBBIH CJIOH), IeJIbMEeHed, CBUHUHBI, KOJKU KypU-
bl ¥ TOBKBEro (papia. Beibpanb! ycinoBus xpoMarorpaduaecKoro pas[eieHua CMECH IIATH
YAC, nBe u3 KOTOPBIX IIPEJCTABIAIOT COOO CMeCh TOMOJIOTOB JTHHEUHOro crpoenust. Unenrudu-
raruio YAC mpoBoawiau 10 BpeMeHaM yIep:KUBAHWS, TOYHBIM MAaCCAM HMOHOB W COBIIAJICHFIO
usoTomnHoro pacupenenenus mSigma. Ilpenenst obuapy:xeuns YAC cocrasumu 0,1 — 0,5 Hr/mi,
mpeesbl orpeeseHus — 1 HI/MJI 71T BOAHBIX CTAHJAPTHBIX pacTBOPOB. [luanasoH ompeernse-
wmbix copepskanvii YAC B nuieBbix nmpoaykrax — 1 — 100 ur/r. Bo Bcex mccnemoBaHHbIX 06pas-
max obGHapy:KeHbl ocraroyHbie KoiaudecTBa YAC, 4TO CBHAETENBCTBYET 00 aKTHBHOM KCIIOJIB30-
BaHUU [E3UHQHUIIUPYIONINX CPEJCTB HA WX OCHOBE B MSICHOM M MOJIOYHOH ITPOMBINIIEHHOCTH.
ITpaBUIBPHOCTH METOAWMKH IIPOBEpEHA BBENEHWEM B IHIIEBbIE MPOAYKTHI JOOABKKA HA YPOBHE
10 mr/r ms kaxkmgoro YAC. OTHocHuTeIBHOE CTAHJAPTHOE OTKIOHEHHE Pe3y/IbTaToB aHAIN3a He
npessrmano 0,18, mpogomkurenbHOCT aHanusa cocrasuia 30 — 40 MuH.

KiroueBble cioBa: YeTBEPTUUHBIE AMMOHMEBBIE COEIUHEHUS; IIUIIEBbIe IPOAYKThI; YIbTpa-
BBICOKO3(D(DEKTUBHASA JKHAIKOCTHAS XPOMATOrpadus/KBafpyIIoiab BPEMSIIPOJEeTHAS MAaCC-CIIEK-
TPOMETPHsI BHICOKOTO PA3PeIIeHusl.
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© Vasily G. Amelin!2*, Dmitry S. Bolshakov?

1 A. G. and N. G. Stoletovy Vladimir State University, Gor’kogo ul. 87, Vladimir, 600000, Russia; *e-mail: amelinvg@mail.ru
2 Federal Centre for Animals Health (ARRIAH), Yur’evets, Vladimir, 600901, Russia.

Received December 29, 2019. Revised April 29, 2020. Accepted May 27, 2020.

The goal of the study is developing a methodology for determination of the residual amounts of quater-
nary ammonium compounds (QAC) in food products by UHPLC/high-resolution mass spectrometry after
water-acetonitrile extraction of the determined components from the analyzed samples. The identification
and determination of QAC was carried out on an “UltiMate 3000” ultra-high-performance liquid chroma-
tograph (Thermo Scientific, USA) equipped with a “maXis 4G” high-resolution quadrupole-time-of-flight
mass spectrometric detector and an ion spray “ionBooster” source (Bruker Daltonics, Germany). Samples
of milk, cheese (upper cortical layer), dumplings, pork, chicken skin and ground beef were used as working
samples. Optimal conditions are specified for chromatographic separation of the mixture of five QAC, two
of them being a mixture of homologues with a linear structure (including isomeric forms). The identifica-
tion of QAC is carried out by the retention time, exact mass of the ions, and coincidence of the mSigma
isotopic distribution. The limits for QAC detection are 0.1 —0.5 ng/ml, the determination limits are
1 ng/ml for aqueous standard solutions. The determinable content of QAC in food products ranges within
1-100 ng/g. The results of analysis revealed the residual amount of QAC present in all samples, which
confirms data of numerous sources of information about active use of QAC-based disinfectants in the meat
and dairy industry. The correctness of the obtained results is verified by introduction of the additives in
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food products at a level of 10 ng/g for each QAC. The relative standard deviation of the analysis results
does not exceed 0.18. The duration of the analysis is 30 — 40 min.

Keywords: quaternary ammonium compounds; food products; ultra-performance liquid chromatogra-
phy/high resolution quadrupole time-of-flight mass-spectrometry.

Yerpepruunbie ammonuesble coepuuenus (HAC) —
AHTHUCEINITHKN, OKa3bIBAIOIHE IIPOTHBOMUKPOOHOE,
MIPOTUBOrPUOKOBOE W BUPY/IUILIUIHOE AEHCTBHE, KO-
TOPBIE HUCIOIB3YIOT MJIS Ae3HH(EKIINH P KHIIed-
HBIX W KAalleJbHBIX HHMEKIHAX OaKTepHATbHON
arrosiorun. VX mpuMeHsoT s 00es3apakuBaHUs
000pyI0BaHUS W TOCYIbl HA MOJIOYHBIX, KOHCEPB-
HBIX M IMBOBAPEHHBIX 3aBOJAX, HA IMPENIPUITHIX
MSICO- ¥ pbIOOITepepabaThIBaIOIEei OTPACIH, HA XJIe-
OoIeKapHOM, KOHIUTEPCKOM M MaCJI0-;KHPOBOM IIPO-
M3BOMCTBE W IPEANPUATUIX OOIIECTBEHHOIO ITHTa-
uus [1]. Tak, vanpumep, mad gesuH@eERIHA 060py-
JIOBAHUS B MOJIOYHOM ITPOMBIILIEHHOCTH HCIIOIb3Y-
0T XJIOPU, AJKUITUMEeTHIOeH3nIaMMOoHus (OeHsa-
rkouwus xnopun, AIMBA, BAK), xmopuz arkmignme-
tun(sruwinbensun)ammonud (AJIIMOBA), xmopun mgu-
nenmwigumerwaamymonns ([IJ[JIMA) B mpemaparax
«Jlesadperr», «Xumurer ¥Yuusepcain-lles» [2]. B me-
JIAX yBEJIUYEHUs OHUOJOTHYECKOM CTOMKOCTH ITHBa
¥ HAIIUTKOB HA IPEIIPUATHUIX MPOBOAAT MOHKY U
ne3sruH(EeKInI0 000PyI0BAHMS, KOMMYHUKAITWH 1 I10-
MEILIEHHH C UCII0Jb30BAHNEM JETEPreHTOB Ha OCHO-
Be YAC (BAK u AIMOSBA B coorHomennn 1:1)
[3]. IIpenaparsr «Cekyp», «Cekypoi», comep:xarime
xmopun nerunnupuauausg (IIII), ucmonssyior amisa
06paboTKH TYIIEK Kyp Hepel WX 3aMOPaKHBAHHEM
[4], a Taxxe musa o6paboTKM OBOIIEH U PPYKTOB [5].

Ocrarounbie konuuectsa YAC B IHUINEBBIX HIPO-
IYKTax U 00BbeKTaX OKPYIKAIIeH cpefibl B HACTOSI-
1ee BpeMs OIPEeNessai0T MEeTOIO0M XPOMAaTO-Mace-
criektpometpuu [6 — 15]. Tak, mpeamo:xeHbl MeTO-
mukn ompenenenns YAC (BAK, momenmiatrpume-
tunammonus, J[J[JIMA, 6eH39TOHUA) B MPOIYKTAX
MMUTAHUA C WCII0JIb30BAHUEM METO/a BHICOKOd(dek-
THUBHOH KHUJKOCTHON XpOMATOTPaUu C Macc-CIIeK-
TpoMeTpUIecKuM nerextupoBanueMm [6 — 10]. lau-
HBI METOJ aHA/IK3a He TpeOdyeT INIyOOKOH OYHMCTKHU
SKCTPaAKTOB U3 OBOIIEH, (DPYKTOB U MOJOYHOH IIPO-
IYKIIAH, IIO9TOMY JIETKO COBMECTHM C TaKHUM 3KC-
MPEecCHbIM  CIOCOO0M  IPOOOIIOATOTOBKM, KAk
QuEChERS [6, 8 — 10]. OgHako mis yMeHbBIIEHHS
BJIMSHUSA COILyTCTBYIOIIIUX KOMIIOHEHTOB IIPOOBI HA
IIPOIIECC BIEKTPOPACILIINTEIbHON HOHU3AIINN aHa-
JIUTOB IIPU IIPOOOIIOATOTOBKE YKCTPAKTOB CIIOMKHBIX
MaTpull (CBUHUHA, TOBLKbA MeYeHb, T0JI0KO, IIIIIH-
HaT, pUC ¥ OeJIbIN caxap) HUCIOIb3YIOT METO] TBEp-
nmocasuoi srcrpakmuu (TPI) [7]. B npencrasien-
HBIX paboTax paccMOTPeH AOBOJLHO Y3KHMH muara-
30H HIEHTH(QUIHPYyeMbIXx H ompeznesiaseMmbix JAC.
SHAYUTEIBHOE MECTO II0 YHCILy OIpeme/IeHUu 3aHu-
maet BAK (C,, Cy9, Cyi4, Ci6, Cyig), 9TO 00yCIOBIEHO

€ro MIMPOKUM PACIPOCTPAHEHUEM B PA3JIMYHBIX 06-
JIACTSAX IMPOMBINIIEHHOCTH. B cuiy MHOroo6pasus
CHHTE3MPOBAHHBIX Ha ceromHamuuil nqeHb YAC (u
IperapaToB HA X OCHOBE) IPEIOKEeHHbBIE METOIH-
KU He MO3BOJISIOT UIEHTU(UIIMPOBATH BECh CIEKTP
TIOTEHITHATIFHO OTACHBIX KOHTAMHUHAHTOB aHTHUOAK-
TePUATBHOTO JelcTBHUsA. B uacTHOCTH, OHU HeIpuUMe-
HUMBI A4 onpenenenus L[I1, koropslii B HacTosEE
BpeMs aKTUBHO HCIIOJB3YIOT B ITHINEBOU ITPOMBIIII-
seHHOCTH. J[71A BTOM 1EeMH OOBIYHO HCIIOIB3YIOT
meron BIOKX ¢ YP-merexrupoBanmem [4, 5, 16].
Meroauka ompenereHHs OCTATOYHBIX KOJTHYECTB
[IT B Tymkax Kyp mociae ux obpaborku [4] BEiO-
YaeT u3BJIEYEHHE aHAJIHUTA PACTBOPOM BTHUIIOBOTO
crmpra (95 % 06.), pasgeneHue Ha MOTH(PUITAPO-
BaHHOM nuaHo-rpymnaMu Kosouke (Alltima cyano,
250 X 4,0 MM, 5 MKM) C UCIIOJIb30BAHHEM B KaUeCTBe
noABMKHOM (hasdwl cmecu Metanoa — 0,008 M pac-
TBOp IEHTATUApPaTa THPOKCHAA TeTPaMeTHIaMMO-
uus B 0,14 M ykcycuoii kucmore (37:63, pH = 3,6) u
IeTeKTUpOBaHue Ha aauHe BoJHBI 260 HM. B Kaue-
CTBe BHYTPEHHETO CTaHJApTa IPUMEHSIN XJIOPUT
momenuanupuanaud. JluamnasoH onpeneaseMbIx Co-
nep:xanuit cocrasuia 3 — 200 MKr/Mit (B 3TaHOIBHOM
SKCTpaKTe).

Ins onpenenenus III1 B mpexsapuTenbHo obpa-
O6oTaHHBIX UM A0/I0Kax [5] aHATUT BKCTpArHpoOBaIN
pacrBopom stmiioBoro crmpra (95 % 06.), o4mCTKY
9KCTPAKTa M KOHIIEHTPHUPOBAHKE IIPOOBI OCYIIECTB-
asmu metogoM T®D Ha moHOOOMEHHOM copOemTe
Bond Elut mpu wucmonb3oBanuu B KadyecTBe BHY-
TPEHHEro CTAHAAPTA XJIOPHAA CTEAPWITHPUIAHUA.
Pasnenenne u merexTupoBaHue MPOBOIUIN AHAIIO-
THYHO OIHMCAHHBIM BBIIIE (00BEMHOE COOTHOIIIEHUE
Oydepublii pacTrBOop:MeTaHoJ cocraBiasaio 29:71).
IIpenen ompenenenuns cocrasun 0,5 Mxr/mia (B ara-
HOJIBHOM DKCTPAKTe).

Ha mopmo6mOoM mnpwuHIfMIIE OCHOBaHA METOXHKA
onpenenenusa LI B Msce Kyp u mpoayKTax ero mepe-
paborku [16]. [ usBIedYeHns aHaAIUTA UCIIOIb30-
Banmu pactBop aTuiaoBoro cuupra (95 % 00.), 3aTem
SKCTPaKT YIIAPHUBAIH, a CYXOH OCTATOK PAaCTBOPSIH
B areronutpuie. 11 00e3:KUPUBAHUA SKCTPAKTA
WCIIOTB30BANIA  JKUJIKOCTHO-’KUKOCTHYIO 3KCTPaK-
nuio rekcanoMm. Pasmenmenue mpoBOAMaAM HA KOJOH-
Ke, B3allOIHeHHOH IIOJUCTHPOJI-TUBHHUIOEH30Ib-
HbiM copberTom (PLRP-S, 250 X 4,0 MM, 5 MEM).
B kauecTBe momBHKHOM (ha3hl UCIOIB30BAIH CMECH
arreroruTpus — 0,1 %-HbIl pacTBOp TPUPTOPYKCYC-
Hoit kucaoThI (80:20). [lnamason onpeaenseMbIx Co-
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mep:xanuit — 0,08 — 5 MI/Kr mpu Mmacce HaBeCKH
po6sr 10 r.

HemocraTkoM mog06HBIX METOIUK SBJISIOTCS HC-
MOJIb30BAHNE CIIeIIUATU3UPOBAHHBIX KOJOHOK IIPH
OTIpeJIeJIEHHOM COCTaBE IOJABHIKHON (Pa3hbl, MHOTO-
CTAIUIHOCTh JTalla IOATOTOBKH MPOoObI (Miau uc-
MTOb30BAHKME OOJBIIOr0 KOJHYECTBA PACTBOPHUTE-
neit). Kpome Toro, B ykasamHbIxX paboTax He OIeHH-
JIX BIIMAHUE KOMIIOHEHTOB MAaTPHUITbI HA Pe3yJ/J1bTaTbl
aHaIMu3a.

Ilogo0HBIX HEZOCTATKOB MOMKHO H30€:KaTh IIPU
WCIIOIb30BAHUH METO/a YJIbTPaBBICOKO3((EeKTHR-
HOM JKMIKOCTHOM XpoMarorpaduu ¢ Mace-CIeKTPO-
MEeTPHUYECKUM JeTeKTHpOBaHueM. B artom ciydae
rmapaMerpamMy HIEHTH(DUKALINN aHAIUTA SBJISIOTCS
BpeMs yIep:KHBAHUs, TOYHAS MOHOM30TOITHAS Macca
voHa (m/z) W COBHAJEHWE H30TOIIHOIO pPacIpese-
neHus mSigma, 4YTO 3HAYUTEIBHO YBEIUIUBAET
IIOCTOBEPHOCTD PE3yJIbTATOB.

[ens ngaunOil paboThl cocrosia B paspaboTke
METOIUKH OIIPEIEeJeHUsI OCTATOYHBIX KOJUIECTB
YAC B mwmmeBbIx mpogykrax meromom ¥ BOMKX/
MacC-CIIeKTPOMETPHH BBHICOKOTO Pa3peIleHus.

JKCIIEPHUMEHTAIBLHAA 9aCTh

Annapamypa. B pabore ucrnomb3oBaau yabTpa-
BBICOKOO(P(PEeKTHUBHBIA KHIKOCTHOM Xpomarorpad
UltiMate 3000 (Thermo Scientific, CIIIA), ocua-
[IEHHBIH KBaAPYIIOIb-BPEMAIPOIETHLIM MACC-CIIEK-
TPOMETPUYIECKUM JIETeKTOPOM BBICOKOTO paspelre-
uua maXis 4G. B xauecTBe HCTOYHHEKA BIEKTPO-
pacnbLINTeIbHON WOHU3AlUU IIPUMEHANIU YCTPOU-
ctBo ionBooster (Bruker Daltonics, I'epmanwus).
Ins xpomarorpadmyeckoro pasmeieHus HCIIOJb-
soBamu ¥BOKX-rkomouxky ACQUITY UPLC® BEH
C18 (30 x 2,1 mm, 1,7 mm) (Waters, CIITA) u rpa-
IUEHTHBIN PEKUM DIIIOUPOBAHUS.

B pa6ore mupumeHsnu aHATUTHYECKHE BECHI
Pioneer PA 214C cnenuanabHOro Kji1acca TOYHOCTH C
npemeaom BapemuBanud 0,1 mr (Ohaus Corpora-
tion, USA), nabopaTopHyi0 HACTOJIbHYIO IIEHTPUQY-
ry MPW-260R (MPW Med. Instruments, ITonsima),
mosaropbl Proline Biohit omHokananbHBIE MexaHU-
yeckue nepemenHoro oobema 10— 100 mxm, 100 -
1000 mxm, 1000 — 5000 mxn (Biohit, ®unnanmus),
MTOJIUTETPAPTOPITUIEHOBbIE MeMOpaHHbIE (DUIh-
Tper 25 MM ¢ gmamerpom 1mop 0,20 mem (Corning
Incorporated, I'epmanms).

Peaxmuewvt. HcnonbsoBanmu crangapTHbie 00-
pasisl xJIopuga U OpoMuga MeTUITPUMEeTHIaAMMO-
ausg (L{TA), xmopuma amKuIgMMeTHIOEH3MIaMMO-
Hus (OEH3AIKOHUS), XJI0PUIA ATKAITAMETHII(ITHII-
OEHBWI)aMMOHUSA, XJIOPUAA AUAEIMIIAMETHIAMMO-
aua (99 — 100 %, Sigma-Aldrich, CIITA). Ucxomubre
CTaHJIAPTHBIE PACTBOPHI C KOHIIEHTparmei 1 mr/mi
TFOTOBHJIM PACTBOPEHHEM TOYHON HABECKH IIperapa-
Ta B MeraHoyie. Paboure pacTBOpPBHI TOTOBUIN Pas-

0aBiIeHHEM HCXOMHBIX IEMOHW3UPOBAHHOH BOMOM
(e meree 18 MOwm - em, OCT 11 029.003-80). IIpu-
mensau Meramon (Fisher Scientific UK, Benwuxko-
OpuTaHUA), ANETOHUTPWUI, HU3OMPOIMHIOBBIA CIHPT
(Scharlab, S. L., Mcniauwust), MypaBbHHYIO KHCIOTY H
dopmuar marpus (Sigma-Aldrich, CIITA).
Hoenmugurayus u onpedenenue wemaepmut-
HbIX amMMOHuesblx coedurernull. 1lo momyueHHBIM
XpoMaTorpaMMaM — IPOBOAWIM  HUIEHTU(DUKAIIHIO
YAC ¢ ucnons30BaHueM IPOrpaMMHOro makera Tar-
getAnalysis-1.3 (Bruker Daltonics, 'epmanus). O6-
PpaboTKy XpoMaTorpaMM 1o 0011eMy HOHHOMY TOKY U
XpOMaTOTPaMM H3BJIEYEHHBIX MAaCC WOHOB OCyIIe-
CTBJISLIA C WCIIOJIb30BAHUEM MTPOTPAMMHOTO TIPOYK-
ta DataAnalysis-4.1 (Bruker Daltonics, I'epmanus).
KapTumy wu30TOMHOrO pacrpesieeHus ompeese-
MBIX KOMIIOHEHTOB COCTABJISIN C WCIIOJh30BAHHEM
mporpammuoro makera IsotopePattern (Bruker Dal-
tonics, 'epmanusa). HeusBecTHyo KOHIIEHTPAIIUIO
aHamuTa B mpobe (c,) pacCIUTHIBAIN METOIOM CTaH-
JapTHOM 106aBKHU IO ciaeaylolei gopmyiie:

C
00
c, = A

* Sx+;[06/Sx_1,

TTie C . — KOHIIEHTparus H00aBKH B IIpobe, HI/MII
(mr/r); S, S, 4106 — MIOLMIANK ITHKOB M/2 B UCCIENY-
eMOM pacTBOpPE W B PAcTBOpe C J00aBKOM aHaIuTa
COOTBETCTBEHHO.

Ycnosus xpomamozpaguneckozo pasdenenus u
demexmuposanus. Hcmombdyemass — MOABH:KHAA
dasa cocrosina us 0,1 %-HOro pacTeopa MypaBbHHOMH
KHCJIOTHI B aenoHusupoBanHoi Bome (A) u 0,1 %-
HOTO pacTBOpA MyPaBbHUHOM KHCJIOTHI B alleTOHUTPH-
ae (B). OcymiecTBiusiy rpagreHTHOE 3II0UPOBAHNE
o cienyiorei cxeme: 0 mua — 5 % B; 0,5 mun —
5% B; 2vMmua — 50% B; 5mur — 100 % b;
6 mua — 5 % B; 8 Mmun — 5 % B. CropocTs moroka
MOMBIKHOM (paswl cocraBisna 0,4 MJI/MUH, ONTH-
MalbHAA TeMIlepaTypa XpoMaTorpa)udecKor Ko-
mouku — 50 °C, 06bemM BBOZUMOM P06k — 50 MET,
TeMmmeparypa Tepmocrara aBrocamiuiepa — 10 °C.

ONIEKTPOPACHBLIUTENBHYI0 HOHU3AIAI0 OCYIIle-
creianu B ycrpoiictBe ionBooster (Bruker Dalto-
nics, I'epmanwus) mnpu clegywoOIUX BbIOPAHHBIX
YCIOBHUAX: JaBlieHUE rasa-pacubuiutess (aszora) —
4,76 atM, TIIOTOK rasa-ocymuresns (asora) —
6 j1/muH, TOTOK rasa-ucnapureis (asora) — 250 /g,
Temmeparypa rasza-ocymmurens — 200 °C, remmepa-
Typa rasa-ucnapurens — 250 °C, nanps:xeHve Ha
mute Kammnapa — 400 B, manpsixenne Ha Kamwi-
nsipe — 1000 B.

IIpoBogunu perucrparuio MOHOB B [HUAIIa30HE
suauenuit m/z or 100 go 500. Iaa KaruGpoOBKHU ¥C-
nob3oBamu 10 MM pacrBop dopmuara HaTpus B
cMmecu Bopa:msomponmioBbii coupt (1:1). Mace-
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: | Han”CHa ‘ﬁlj?:HZ(CHE)HCHE OO6cy:xxneHue pesyabrTaToOB
EH2(CH2)14CH3 CHy(CHg)14CHg™"CHg g% Ocobennocru ompenenenns YAC wmeromom
o)) @) 3 YBOKX/MC 06ycmoBieHbI UX XUMHUYECKOH IPUPO-
cHy CHa(CHa)sCH o (puc. 1) u ocobenHocTsIMH moaydenwus. Vcmors-
/@/EQGH&GHE)"CHS HaG-N-CHa(CHa)sCH 3yeMble B IIPOMBIIIJIEHHOCTH AHTUCEIITUIECKHE IIpe-
’ CHa rmaparhbl, KAk IIPABUJIO, COAEPIKAT MO0 KOMOMHAITHIO

H3CH3:C

4) (5)

Puc. 1. CrpykrypHble opmynsl nertunnupuauaua (1), me-
THITPUMETHIIAMMOHUA (2), AIKWIIAMETHI0€H3UIaAMMOHMS
(3), ankmmauMeTHI(9THIOEH3MI)aMMOHMUA (4), ITHIEIIHIIH-
MeTHmIaMMOHuA (5)

Fig. 1. Structural formulae of cetylpyridinium (1), cetyltri-
methylammonium (2), alkyldimethylbenzylammonium (3),
alkyldimethyl(ethylbenzyl)ammonium (4), didecyldimethyl-
ammonium (5)

CIIEKTP KaJauOpaHTa PEerucTpUpOBaN B HHTEpPBAJE
BpemMeH xpomarorpacguposanusd ot 9,5 10 10 MmuH.

IIpobonodzomosra. B nenrpudy:xuyo mpodup-
Ky obbemom 15 mur BHOcuiam 1,00 r TIimarenbHO HU3-
MEJIbYEHHOTO (IIepeMeIIaHHoro) IIPOAyKTa, H00as-
manu 1,0 M JenoHu3upoBaHHOM BoAbI 1 4,0 M atie-
Touurpmwia (5,0 M ameTOHUTPUIA A MOJIOKA U
MOJIOYHBIX MPOAYKTOB), BCTPAXHUBAIU B TEUEHUE
5 mun u nentpudgyruposanu mpu 2700 mur! B Te-
yeune 5 muu. Oréupanu 1,0 M skcTparra, qobas-
sanu 1,0 MJI 1emOHU3UPOBAHHON BOJBI, IIepeMelIi-
BaIu U (PUIABTPOBATH B MUKPOQIAKOH Uepe3 MeM-
6paunsrii puastp 0,20 Mmem. [Tomyuenusrit pacTBop
XpoMaTrorpadupoBaIm.

2.0

15

1.0

1.0

HHATEeHCHBHOCTD, OTH. €]l.
HHTEeHCHBHOCTD, OTH. €]l.

0.5

0.0 0.0

HECKOJIBKUX AKTHUBHBIX KOMIIOHEHTOB B Pa3JIUYIHOM
COOTHOIIIEHNH, JTUO0 TOMOJIOTH, JIUOO JEeHCTBYIOIIee
BEIlECTBO B COYETAHHUHU C IOOOYHBIMH IMPOAYKTAMHU
CHHTEe3a WIH JecTPyKIuu (0OBIMHO B IIpemeiax ro-
Mosorudeckoro psna). Ilosromy ompenenenue YAC
3a4aCTyI0 CBONUTCS HE K IIOMCKYy KOHKPETHOTO aHa-
JIUTa Cpeau paaa IIOTeHIIHUAJIBbHBIX KOHTaAMHUHAHTOB,
a K uIeHTU(UKAIMN W OIEHKE COJIEpPIKAHWSI He-
CKOJIbKHUX (4ACTO POACTBEHHBIX) COCMUHEHHUH,

Ilanuas ocobeHHOCTDH 00yCIaBIuBaeT BHIOOD mHa-
paMeTpoB XpoMaTOrpaUUecKoil CHCTEMBL: YCIOBHUA
OJLKHBI OBITh MIPUEMJIEMBI /I UAEHTU(UKAIINN U
onpenenenud YAC pa3HBIX TOMOJIOTHYECKUX PAMNOB,
MPUCYTCTBYE KOTOPHIX B MHUIIEBOH MPOAYKIMH IIO-
TeHIIHAJIbHO BO3MOkHO. [IpoBeneHme rpaguneHTHOTO
SIIOMPOBAHUA B COOTBETCTBHUHU C IPOTPAMMOH, OITH-
CAHHOH B «JKCIEPUMEHTAIHHOM YACTH», TI03BOIUIIO
MIOJTHOCTBIO Pa3eTUTh TOMOJIOTH YKa3aHHBIX TPYIII
YAC: ueTuInupuANHASL, ETHITPAMETHIAMMOHUS,

ATKAITAMETHI0CH3MIaAMMOHMUS, ATKUIIUMETHII-
(>THNOCH3WI)aMMOHUA W JULCIIWISAMETHIaM-
MOHUSI.

Ha puc. 2, 3 npencraBieHbI Macc-XpoMaTorpam-
mbl AJIMBA u AJIMOBA. Kak crnemyer us pucys-
KOB, [aHHBbIEe IIpernapaTrbl IPeACTaBIAIOT CO60H

Bpems, MEH

4.0

45 5.0 55

Bpems, Mua

6.0 6.5

Puc. 2. Macc-xpomarorpammst ankungumerunbensunammonus [CoH;CH,N(CH;),C H,, ,,1*,n = 6, 8, 10, 11, 13, 15, 16, 18 (a);

n =12, 14 (6)

Fig. 2. Mass chromatograms of alkyldimethylbenzylammonium [C;H,CH,N(CH,),C,H,,,,1*, n = 6, 8, 10, 11, 13, 15, 16, 18

(a);n =12, 14 (b)
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Puc. 3. Macc-xpomarorpammsl ankunaumeTun(stundensun)ammonus [(C,H;)CeH,CH,N(CH;),C, Hy, ,;17, n = 10, 12, 14, 16,

17, 18,19 (a); n = 11, 13, 15 (6)

Fig. 3. Mass chromatograms of alkyldimethyl(ethylbenzyl)ammonium [(C,H;)C;H,CH,N(CH;),C, H,, 1%, n = 10, 12, 14, 16,

17, 18,19 (a); n = 11, 13, 15 (b)

CMeCh TOMOJIOTOB C [JIMHOU YIJIE€BOJOPOLHOIO PaIH-
kana ot Cg 1o Ci9. AIIMBA comepsxut MakcuMaib-
HOE KOJIMYEeCTBO coenvwHeHHH ¢ paxuranamu Cy u
Ci4, AIMOBA — C,4, Ci5 u C;5. BonpmmacTBO TO-
MOJIOTOB TIPEJCTABIAIT CO00M CMeCh H30MEPHBIX

hopM, yacTUUHO pas3aeIeHHbIX B JAHHBIX YCIOBHUAX
xpomarorpadgupoBanusi. OcobeHHO 3TO XapaKTEPHO
s AIIMBA Cy; u Cys, mma AIIMOBA C,,, Cis, Cys,
Ci4, Ci5 u Cy;. Bpemena ynep:xuBaHUA TOMOJIOTOB
JIMHEWHO BO3PAaCTaiOT C yBeJIWYEeHWeM JIUHbBI yIie-

Ta6auma 1. Ananurnyeckne xapakrepuctuku YAC, onpenensembie merogom ¥ BOKX/Mace-criekTpoMeTpuuy BHICOKOTO paspe-

IIeHHUT

Table 1. The analytical characteristics of QAC determined by UHPLC/high-resolution mass spectrometry

YAC Hon n tp, MUH mlz A, ppm
Herunnupuauamit [C¢H5sNCH;51* — 5,7 304,2999 2
LeruntpuMeTunaMMOHII [Ci6Hg3(CH;5)sN]+ — 5,8 284,3312 3
AnkunauMeTnn6eH3nIaMMOHIH [CcH;CH,N(CH;),C, Hy,, ,11* 6 3,9 220,2060 2
8 4,5 248,2373 3
10 4,9 276,2686 1
11 5,1 290,2842 2
12 5,3 304,2999 3
14 5,7 332,3312 4
15 5,9 346,3468 3
16 6,1 360,3625 3
18 6,4 388,3940 2
Ankunguvmernn(atunbensun)ammonnit  [(C,Hy)CH,CH,N(CH;),C, Hy, ,11* 10 5,2 290,2842 2
11 5,3 304,2999 3
12 5,4 318,3155 4
14 5,8 346,3468 3
16 6,1 374,3781 2
18 6,4 402,4094 4
JunenunguMeTHIaMMOHUH [(CyoHy1)oN(CHy)ol* — 5,9 326,3781 3
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Puc. 4. Kapruus nsoronHoro pacuiernenus katuoHa 6ersankonns (C,,): crenepupoBanHas mporpammoit «IsotopePattern» (a)

¥ 9KCIIePUMEHTATBHO HoIydeHHasa (6)

Fig. 4. The pattern of isotopic cleavage of the benzalkonium cation (C,,) generated by an “IsotopePattern” program (a) and

obtained experimentally (b)

Bomopoauoro paxaukana: auaa AIIMBA ¢ = 0,197 +
+ 3,02 (R? = 0,9972), nna AJIMOBA t; = 0,16n +
+ 3,60 (R? = 0,9933).

Hoenmugurayus. UnenTuUKaimOHHBIMEA 1A~
paMerpaMu  CIAYXKWJIHA BpEMEHA  yAep:KUBaHUS
(£0,1 mun) (Tabm. 1), TOYHOCTH MOHOM3OTOITHOM
Macchl woHa (m/z) (£5 ppm) u 3HaueHUe mapaMerpa
mSigma (<20), xapaKTepHU3yIOIIEero COOTBETCTBUE
TEOPETUYECKOTO HM30TOIMHOTO PACIpPEEIEeHUI IIOJLy-
YeHHOMY 3KcnepMeHTanbHO (puc. 4). Ilorpemraocts
B OIIpeJeJIeHIH MAcC HOHOB He IIpeBhImana +4 ppm
(n =3).

Onpedenenue. Ilpenenbl oOHAPYKEHUA U OIpe-
JeJeHUuA PACCUNTHIBAIN IPH OTHOIIEHUU CHUTHAJ/

uryM, paBHOM 3 u 10, nd cTaHZApPTHBIX PACTBOPOB
coorBercrBeHHo. IIpemensr obuapysxenus YHAC co-
crasuau 0,1 — 0,5 Hr/mi, npenenbl ONpPeaeIeHusT —
1 Hr/MJ 1719 BOMHBIX CTAHIAPTHBIX PacTBOPOB. Jlua-
masoH ompenenseMbix copepskanuit HAC B muie-
BBIX Impoaykrax — 1 — 100 HI/T.

B r1abn. 2 mpepcraBieHbI pes3ynbTAThI OIEHKH
MPaBWJIBHOCTH W BOCIIPOM3BOAMMOCTH IIpejiarae-
MO METOIWKK aHain3a 00pasIioB IUIINEBBIX IIPO-
nykToB. IIpaBunsHOCTS MpOBEpeHA IIPK BBEIEHUH B
ruiesbie mpoayKThl 10 uHr/r YAC. OrHocuTenbHAas
TIOTPeNIHOCTh aHanu3a He mpeBwimana 10 %. dna
KOJTMYECTBEHHOTO aHAIN3a WCIOJIb30BaIH CI0CO0
crargaptHoi mob6asku [17]. B cayuae AJIMOBA u

Ta6auma 2. Pesynsrars onpenenenus YAC B numessx npogykrax (n = 3, P = 0,95)
Table 2. The results of QAC determination of in food products (n = 3, P = 0.95)

Breneno Haiineno, ur/r (s,)
IIponyxr /e ’
LIII LITA IITMA AIIMBBA AJIMBA

Moumoko — — — 3,0 = 0,2 (0,10) — <1,0

10 13,0 £ 0,6 (0,09) 11,0 = 0,2 (0,06) 12,0 + 0,1 (0,08) 14,0 = 0,8 (0,12) 15,0 = 0,9 (0,14)
Coip (BepxHuUi — — — 15 £ 2(0,11) 4,0 = 0,7 (0,12) 80 =9 (0,13)
cinoi) 10 11,0 £ 0,7 (0,11) 10,6 £ 0,2 (0,07) 22 +6(0,12) 150=0,8(0,12) 95+ 9(0,15)
ITenpmenu — — 5,6 = 0,5 (0,09) — — 10 = 3 (0,14)

10 12,0 £ 0,8 (0,12) 16 + 2(0,12) 12+2(0,11) 12,0+ 0,8(0,13) 25 +9(0,15)
CeuHuHA — — — 55 +4(0,11) 14,0 £0,7(0,13) 60 = 9(0,18)

10 11,0 £ 0,9 (0,11) 10,3 +0,4(0,07) 72+7(0,12) 25,009 (0,12) 75+ 8(0,15)
Kosxa — 32 +61(0,12) — — — —
KyPHIIEI 10 43 £5(0,11) 11,0 £ 0,2 (0,06) 12,0 =0,1(0,08) 13,0 +0,8(0,12) 11 + 3(0,16)
Papim — — — 25 + 2(0,11) 41 +7(0,12) 55 + 8 (0,14)
TOBSKHUE 10 11,0 £ 0,6 (0,11) 10,6 + 0,4 (0,07) 32 = 6 (0,13) 55 + 8 (0,13) 65 = 9 (0,15)
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Puc. 5. Macc-xpoMaTorpaMMbI 9KCTPAKTOB M3 Msca CBUHUHEI (@) U cbIpa (BepXHUU/KOPKOBEIH cnoii) (6): I — AIIMBA C;,, 2 —
AIIMSBA C,,, 3 — LITA, 4 — AIIMBA C,;, 5 — AIIMBA C,4, 6 — AIIMOBA C,g, 7 — AIMBA C,5, 8 — AIIMBA C;;, 9 —
AIIMSBA Cy,, 10 — IO OMA, 11 — AIIMBA C;, 12 — AIIMOBA C,

Fig. 5. Mass chromatogram of the extracts obtained from pork meat (a) and cheese (top/cortical layer) (b): I — ADMBA C;;,
2 — ADMEBA C,,, 3 — CTA, 4 — ADMBA C,;, 5— ADMBA C,4, 6 — ADMBA C,5, 7 — ADMBA C,3, 8 — ADMBA C,;, 9 —
ADMEBA C,4, 10 — DDDMA, 11 — ADMBA C,;, 12 — ADMEBA C,,

AJIMBA omnpepenenvie MpoOBOAMIN IIyTeM CyMMHPO-
BaHUA IIOMAIEH BCEX 3aPETUCTPUPOBAHHBIX MHKOB
rOMOJIOTOB, IIOCKOJIbKY TOMOJIOTH COIEpP:KaT H30Me-
PBI, ¥ MKW HA MAcC-XpOMaTOrpaMMax COOTBETCTBY-
0T HapasaeleHHbIM u30MepHbIM opmam. Bo Bcex
MIPOAHAJIU3UPOBAHHBIX MP0o0ax ObLIM O0HAPYKEHBI
YAC, uTo cBHIETENILCTBYET 00 AKTUBHOM HCIIOJIB30-
BaHWHU [e3UH(MUIMPYIOIINUX CPEACTE HA UX OCHOBE B
MOJIOYHOW MPOMBINIJIEHHOCTH U HA TPEIIPUATHIX
MsAcomepepabarsiBaoiei orpaciu. B mpobe Koxu
KypuIiisl 6611 06Hapy:xer onwu anaxut (I{I1), B mpo-
bax mosoka u membMenedr — masa (J[JIJIMA/IITA
u AIIMBA), B mpobax cwipa (BEpXHHUI/KOPKOBBIH
CJIOl), CBUHHUHBI W TOBIKbETO hapiia — TpU
(IIOOMA, AIMOBA u AJIMBA). B GonbiiuHcTBE
npob6 6b11 o6Hapy:keH AJIMBA (BAK) (8 mpo6e mo-
JIOKA — HHKe IIpejesia ompejaeseHus). B Kauecrse
puMepa Ha PHUC. 5 MPeACTaBIEHBI MAaCC-XpPOMAaTo-
rpaMMbl 9KCTPAKTOB U3 CBUHUHBI M ChIPA. ¥ CTAHOB-
JIEHO, YTO OTHOCHUTEJIbHOE CTaHJAPTHOE OTKJIOHEHHE
(s,) me mpessimaer 0,18. [IpogomxurensHOCTL aHA-
nu3sa cocraBageT 30 — 40 muH.

3akJIroueHue

Takum obpasoM, HpemyioKeHa METOIHMKA OIpe-
IIeJIeHUST OCTATOUYHBIX KOJIMYECTB YeTBEPTHIHBIX aM-
MOHHEBBIX COQUHEHHUN (IeTHINUPUIUHUA, I[eTHI-
TPUMETHIAMMOHHUS, AJTKUITUMETHI0SH3UIaMMOH M
(beH3aTKOHHUA), ATKHIIUMETHI(3THI0E€H3I)aMMO-
HUSA, TAISIWIAUMETHIAMMOHHKA) B MPOAYKTAX IIH-

TaHusa (MOJIOKO ¥ MOJIOUHBIE IIPOAYKTHI, MACO U MsC-
Hble TPOAYKTHI) Meromom ¥ BIAMKX/mace-cmerTpo-
MeTpuu BBICOKOTO paspelieHud mocie
BOIHO-AIIETOHUTPUIBHON SKCTPAKIIMU OIpeessie-
MBIX KOMIIOHEHTOB W3 aHAJIU3UPyeMbIX mpob. BbI-
OpaHbl yCI0BUA XpoMaTOrpad)MpPOBaHUI U OMUCAHBI
0COOEHHOCTH HICHTU(PUKAIMHA TIOJYIYEHHBIX IaH-
HBIX JJI TOMOJIOTUYECKHX PANOB AIKHIIUMETHII-
OersminamMMouusd (0EH3AIKOHWSI) U AJTKHIIAME-
TUua(3TUI0EH3UI)aMMOHUA. B oTiImUBe OT MEeTONUK
[6 — 15], paspaboTanHas METOHUKA ITO3BOJISIET OIIpe-
IeIATH OONIbIIee YUCI0 aHAIUTOB IIPU KCIIOIb30Ba-
HUHU MPOCTOM mpobomoaroroBku. HcmonbsoBamnue
MaHHOU METOMUKH PACIITUPAET BOBMOKHOCTH aHAJIH-
THYECKOTO KOHTPOJII KadyecTBa U 0E30MMaCHOCTH IIU-
I[EBBIX TPOAYKTOB. WIeHTH(UKAIIUIO ITPOBOIUIN
110 BpeMeHH yAeP:KUBaHUI aHAIUTOB, TOYHOIM Macce
roHa (m/z) ¥ COBIIAJEHUIO U30TOITHOTO pacIpe/erie-
uusg mSigma. Jlna oueukn comepskauua YAC mpu-
MEHSJIH MeTOJ CTaHAApTHOH mnobaBku. [lmamaszon
OTIpe/ieNisieMbIX COMEPIKAHNM YeTBEPTHUYHBIX AMMO-
HUEBBIX coemuHeHui — 1 — 100 Hr/r, oTHOCHUTEIE-
HOE CTaHJapPTHOE OTKIOHEHWE Pe3yIhTaTOB aHAIN3a
He npessimano 0,18. IIpogomxurenbHOCTS aHATH3A
cocrasnana 30 — 40 MuH.

Kouduankr nuarepecosn

ABTOpBI 3ai4BIAIOT 06 OTCYTCTBHH KOH(JIUKTA
HHTEPECOB.
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Jl71s1 3a1IMTHI MATEPUATIOB U3 IUPKOHMEBBIX CIUIABOB OT BOAOPOJA YACTO WCIOIB3YIOT HUKE-
JieBble IUIEHKH, (POPMUpPyeMble HA ITOBEPXHOCTH H3fenuil. AncopOIus BOAOPOAA MPOXOIUT
ObICTpee HA HUKEJe, TOCKOJIbKY TIOCTIEIHUI aKTHBHO C HUM B3aMMOJIEUCTBYeT. AICOpOUpYs BO-
JIOPOJI, HUKEJIb OKKUCIISIETCS U 00pasyeT 3aluTHyIo wieHKy. [lenb rarnsoi paborsr — paspaboTka
MeToJa KOHTPOJISA IIOIVIOIIEHHA BOAOPOJa HHKEJIEBBIMHU IVIEHKaMH IIPU BAKYyMHO-MarHeTpOH-
HOM HAINBUIEHUW U HABOJOPOKUBAHUH ¢ HoMolibio onpexnenenns Tepmod][C. Iupronnesbrit
crtaB 9110 Haceimanu BogopoxoM mpu temueparype 350 °C u naBineHun 2 atM. U3 ra3oBOM
(aspr. Hanecenre MOKpBITHS OCYIIECTBIISIA HA CIENUATH3UPOBAHHOH ycraHoBke «Pamyra
criekrp». [Tokaszano, 4To HAIMYKE HUKEIEBOU IUIEHKHU CYIIIeCTBEHHBIM 00pa3oM BIIHUSIET Ha IIPO-
HUKHOBEHHE BOOPOAA B CIUIaB. IIoKphITHE TONIUHOM Gojiee 2 MKM, HAHECEHHOE MArHEeTPOH-
HBIM HAIBLIEHWEM HA ITOBEPXHOCTDH IIUPKOHMEBOro criasa ¢ 1 % Nb, samuinaer cias ot mpo-
HUKHOBEHHUA BOJOPOAA IIPaKTHIecKH HomHOCTh0. [Ipu srom Bemwamua tepmod/[C 3aBucur or
KOHIIEHTpPAIlU! BOAOPOJa B MaTepuaJjie v TOJIIUHBI IIJICHKH. HpI/IBe,Z[eHI:I aHaJIu3 IIMTUPUHBI TUC-
Tepesuca TemieparypHou meriu TepMod/lC u crocob ompenenenus 3(pPEKTUBHOM SHEPTHH
aKTUBAIMY TTPOBOAUMOCTH HABOAOPO/KEHHOTO MaTepualia ¢ IUIeHKOM Hukess. [lonydyennbie pe-
3yJIBTATHI MOTYT OBITH WCIOJIB30BAHBI IPU OLIEHKE KOHIIEHTPAIMK BOAOPOJA B Marepuase u,
COOTBETCTBEHHO, TIPH €r0 KOPPO3UOHHOM 3alllnTe.

KiroueBble ciioBa: NUPKOHWI; HUKeIEBble ILIEHKM; BOLOPOJ; MATHETPOHHOE HAIbLICHUE,;
Tepmod/IC.

CONTROL OF HYDROGEN ABSORPTION BY NICKEL FILMS OBTAINED UPON
MAGNETIC SPRAYING OF ZIRCONIUM ALLOY USING THE THERMOEMF METHOD

© Vitaliy V. Larionov*, Xu Shupeng, Victor N. Kudiyarov
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Nickel films formed on the surface of zirconium alloys are often used to protect materials against hydro-
gen penetration. Hydrogen adsorption on nickel is faster since the latter actively interacts with hydrogen,
oxidizes and forms a protective film. The goal of the study is to develop a method providing control of hy-
drogen absorption by nickel films during vacuum-magnetron sputtering and hydrogenation via measuring
thermoEME Zirconium alloy E110 was saturated from the gas phase with hydrogen at a temperature of
350°C and a pressure of 2 atm. A specialized Rainbow Spectrum unit was used for coating. It is shown that
a nickel film present on the surface significantly affects the hydrogen penetration into the alloy. A coating
with a thickness of more than 2 pm deposited by magnetron sputtering on the surface of a zirconium alloy
with 1% Nb, almost completely protects the alloy against hydrogen penetration. The magnitude of
thermoemf depends on the hydrogen concentration in the zirconium alloy and film thickness. An analysis
of the hysteresis width of the thermoEMF temperature loop and a method for determining the effective
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activation energy of the conductivity of a hydrogenated material coated with a nickel film are presented.
The results of the study can be used in assessing the hydrogen concentration and, hence, corrosion protec-

tion of the material.

Keywords: zirconium; nickel; hydrogen; FEM; thermoEMF; magnetron.

BBenenmne

AkKyMyaupoBaHHe BOZOPOAA IMPH SKCILIyara-
WU U3JeTUH U3 IUPKOHUA IPHUBOJIUT K OXPYyIUHBa-
HHUIO MaTepuaia U HOCIeAyIOIIed Aerpafallii ero
MexaHudecKux cBoucTB [1 -6, 8, 9]. Jlna mossIiie-
HUA BOJOPOIHON CTOMKOCTH HOBEPXHOCTH M3AEITHUH
cIienuaabHbIM 00pa3oM 00pabarhIBaOT, (DOPMUPYS
Ha HeH 3aIuTHOe IMOKpbITHe. Tak, Bo3mercTBHe HA
[MOBEPXHOCTH ITMPKOHUEBBIX CILIABOB MOHAMU (HMOH-
Hasi MMIUIAHTAINSA) U SJIeKTPOHHBIMH IIyIKaMHU CY-
1ecTBeHHO (B 2 — 3 pas3a) yMeHbIIaeT TPOHUKHOBE-
HUe B MaTephaja BOJOpPOJA M0 CPABHEHHUIO C HE06-
paboranubiMu obpasmamu [6, 8 — 13]. Hemocrarox
MO00HBIX CIIOCOO0B — HEMPOAOJKUTEIBHOCTh 3a-
IIUTHOTO JeHUCTBHUSA 00pasyoInuxcs IIociie obiyde-
HHA BIEKTPOHAMHU OKCHUAHBIX ILIEHOK, KOTOPBIE IIPU
B3aMMOJEMCTBUH C BOIOPOAOM pacTBopAioTed [7, 11,
14]. BpeMs pacTBOpeHUA OKCHUIHOTO CJIOSI 3aBHUCHUT
OT TEMIIEPATYPhl U YMEHBIIIAETCI C €€ POCTOM.

Ilpyroii crmoco6 3amuThl — HaAUbLIEHHUE MyIKa-
MM 3JIEKTPOHOB M MOHOB Pa3IMYHBIX METAJIIOB [14 —
18]. IlepcriekTuBHO IpUMeHEHHWE, HAIIpUMep, HHUT-
puna turana TiN, ocammeHHOr0 BAKYyMHBIM HOHHO-
ILIa3MEHHBIM crocoboMm [15, 21 — 23].

IIpu ucmonb3oBaHUM AJIS 3AIIUTHI [[UPKOHUEBO-
ro cILIaBa HUKENEBbIX ILUIEHOK BOIOPOM IPOHHKAET
B MOKPBITHE U CIUIAB B mporiecce azcopbrmu. [lpm
9TOM KOJIMYECTBO ajCOPOMPOBAHHOTO BOAOPOAA
YMEHBIIIAETCS C IOBBIIIEHHEM TEMIIEPATYPbhI, OHO
TaKKe 3aBUCUT OT YHCTOTHI, CTPYKTYPbI, COCTOSTHHS,
BHA TEPMOOOPAOOTKH U HAIWYUASA HAIPIIKEHUH B
uukeine [7]. Popmupyemasn Ha MOBEPXHOCTH HUKEJT
TOHKAS OKCHAHAS ILJIEHKA IOIOJHUTEJIbLHO 3all[u-
IIaeT OT OKUCIeHus [3, 6, 7].

Cremenp B3aWMOJEHUCTBUA BOAOPOAA C ITHP-
KOHHEBBIM CILUIABOM B IIPOIIECCE €T0 HU3TOTOBJIEHU
(mocite pauaImOHHOTO BO3/IECTBUSA U HATTBLICHUS)
M SKCIUIyaTAldd MOKHO OIEHHUTb II0 BeJIHYHHE
Tepmod I C [24, 25]. IIpu 5TOM MOKHO IIOJIyYUTDH WH-
dopmarmio He TOIBKO 0 posiu 1e)eKTOB, HO U MeXa-
HU3Me UX 00pa3oBaHUA.

Ileap paboTsr — paspaboTKa MeToaa KOHTPOJIST
TIOTJIOIIEHHS BOLOPOA HUKEIEBhIMH IIJIEHKAMHY IPH
BaKyyMHO-MarHeTPOHHOM HAIMbUIEHUH U HABOOPO-
JKMBAHUM W3 TA30BOM (Dashbl C MOMOIIBIO OIpejiese-
uus repmod I C.

Marepuaabl, METOIHKA, 000PYyIOBAHHE

HccnemoBanu miockue o6pasiibl IUPKOHUEBOTO
crasa 9110 (Zr — 98,8 % macc., Nb — 1, npumecu
KHCIIOPO/ia, a30Ta, MapraHIla, allOMUHUSI — MeHee

0,005 % macc. raxmpiir) pasmepom 20 X 20 X 0,5 mm.
IloBepxHOCTH 06PA3IIOB, KOTOPHIE BHIPE3AIH U3 JIUC-
Ta CIUIaBa METOIOM JJIEKTPOUCKPOBOHN PE3KH, Mexa-
Hudecku nuindopanu. CHATHE MOBEPXHOCTHHIX Ha-
NPSKEHUN U ycTpaHeHue MedeKTOB OCYIEeCTBIILIN
IyTeM OT:KHra B Bakyyme Ipu Temieparype 580 °C
B Teuenne 180 muH. Mcnonb3oBanu BaKyyMHBIH Ty-
TOBOM HCIIAPUTENHh C KOAKCHAIBHBIM ILIA3MEHHBIM
dunpTpom [26, 27].

HuxeneBoe moKpbITHE HA ITUPKOHUEBBIHN CILIAB
HAHOCHUJIU C TIOMOIIBIO yCTaHOBKM «Pajgyra crexTp»
[16, 17]. Ilpomecc ocamaeHusd HUKeII CXeMaTH-
yecku mpexacraBied Ha puc. 1. IlpeaBapurennro
06pasIbl MOMHUPOBAIN HAKIAYHOM OyMarou o Iie-
poxoBatoctu 0,1 MKM, 3aTeM TOABEPTAIN WOHHOMN
60MOapIUpPOBKE B AprOHOBOM ILIA3Me€ TJIEIOIIEro
paspana (1500 B) B reuenne 5 mun. TonmuHy HuKe-
neBoll IureHKu wusMmepsanu Ha mupubope Calotest
CAT-S-0000 meromom 1rapoBoro ucrupanusa. [Ipod-
HOCTb CIEIIEHUA TIOKPBITHS MOBBIIIAIH C TIOMOII[BIO
3JIEKTPOIyTOBOTO paspsaa.

O6pasisl PUKCHPOBAIN B CIEIIUAIBLHOM Jep:iKa-
Tejle, PACIIOJIO}KEHHOM B BAKyyMHOH KaMmepe (CM.
puc. 1). [IpegensHoe ocTarouHoe HaBJIEHHE B Kame-
pe cocraBmano 2,5-103Ila. Hamecenne Hukems
(99,99 % uuCTOTHI) OCYIIECTB/ISIIA METOIOM pPeax-
THUBHOTO MarHeTPOHHOTO pacmbuieHusd. [lapamerpsr
MAarHeTPOHHOTO OCAKIEHUS HUKEIS W WOHHOW OYH-
CTKH ITOBEPXHOCTH 00pasIloB IPUBEIEHEI B TAOIHUIIE.

Haceplenue 06pasioB BOAOPOIOM IIPOBOIUIN
M3 Ta30BOM cpenbl (JaBjeHre BOAOPOIA B KaMepe —
0,6 — 2 arm.) ripu Temmeparype 350 — 600 °C B Teue-
Hre 60 MHH HA aBTOMATH3UPOBAHHOM KOMILIEKCE

Bakyymaan
KamMepa

Herounak:
HOHOE _

Puc. 1. Cxema HaHeceHUs MOKPHITHHN Ha 00pa3IIbl UPKOHMU-
€BOrO CIIJIaBa

Fig. 1. Diagram of coating application to the samples of zir-
conium alloy
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2,9 3,0 3,1 3.2 33 3.4
1T, x103 K!

Puc. 2. 3asucumoctu E ot 1/T mpu Cy = 2 (1), 1,07 (2), 0
(3), 0,07 (4), 1,5 (5) % macc. (6 — uzorepma 50 °C)

Fig. 2. Dependence of thermoemf E on the inverse temper-
ature 1/T for different hydrogen concentration in the sam-
ple of zirconium alloy Cy = 2 (1), 1.07 (2), 0 (3), 0.07 (4),
1.5 wt.% (5) (6 — isotherm 50°C)

0,6

R
=S
T
b
\

_0,6 1 I Il 1 I
0,0 0,5 1,0 1,5 2,0

Cy, % Macc.

Puc. 3. 3asucumoctu E ot Cy mpu temneparype 50 (1) u
60 °C (2)

Fig. 3. Dependence of thermoemf E on the hydrogen con-
centration Cy at a temperature of 50 (1) and 60°C (2)

Gas Reaction Controller LPB. Konrmenrparuio Bo-
IOpOZia OIPEeIAIN C NCIOIb30BAHNEM AHAIU3aTO-

0,4

0,3

Zo2t

-

N
0,1

T
[\S)

0,0 -

2,9 3,0 3,1 32 3,3 3.4
1/T, x103 K"

Puc. 4. 3asucumocru E ot 1/T mna ucxoguoro (1) u o6pado-
Ta"Horo (2) 00pasIoB

Fig. 4. Dependence of E on the inverse temperature 1/T for
initial (1) and treated (2) samples

pa RHENG602 (LECO), copbriuio uccieqoBaiu MeTo-
mom Cuseprea [6, 19].

Ilocne HameceHUs MOKPBHITUA W HABOJOPOKHBA-
HHSI Ha 00pasiibl BO3IEHCTBOBAJIN SJIEKTPHUUYECKHUM
paspsamom (moraocTs — 20— 45 Br). Benwunny
Tepmod[C uaMepsiiu ¢ MOMOIIBIO 30HIA W3 30JI0Ta
(mmomans — 1 Mm?) nuddepeHnuaTbEBIM METOLO0M
OTHOCHUTEILHO STAJIOHHOIO MEIHOro obpasiia, 4To
00ecreanBajo BHICOKYIO UyBCTBUTEIbHOCTh U MUHH-
MalbHbIE TOTPENIHOCTH. KccaemnyeMbli U 9TajoH-
HBI 00pasIbl COEIUHSIUCH MACCHBHBIM MEIHBIM
0JIOKOM, KOTOpPBIH HarpeBamu. s Kammoro obpas-
11a MMPOBOIMIIM 110 5 U3MEPEHHH ¢ IIOBOPOTOM €ro Ha
180° ama HCKIIOYEHHS BO3MOKHBIX HEOTHOPO-
HOCTEH# CTPYKTyphI MO I[wiomaau. llorpernHocTs
BCJIE[ICTBHE TEMIIEPATYPHBIX KOJIEOAHUNH He IIPEBBI-
mana 5 % [24].

O6cy:xaenune pe3yabTaTOB

Ha puc. 2 u 3 a714 TOMIIUHBI HUKEIEBOH IIIeHKN
1,54 MKM TIpuBeJIeHbI 3aBUCUMOCTH BEJIUYWHBI TEP-
M09/IC E or obparHoii Temneparypsl 1/T u KoHIIEH-
Tparuu Bogopoxaa Cy B ciutaBe. Buano, uTo ¢ pocToM
Cy v ipu noesIiennu temmnepatypsl (¢ 50 go 60 °C)

ITapameTphl HOHHOH OYHCTKH ITIOBEPXHOCTH 00PA3IIOB U OCAKIECHUT HUKEIT

Parameters of the sputtered cleaning of the sample surface and nickel film deposition

Pabouwnii ras ITorennuan cmemenus, B

Moiaocts, Bt

Toxk, A IlaBnenue rasa, [1a Bpewms manbuienus, Mun

HonHaa yucTrra

Ar 1800 - 2000 400

0,2 0,06 3

Mal‘HeTpOHHOG pacinbLI€eHUue

Ar 510 - 520 2000

3,5 0,12 10-50
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0,3

0,2

E, mV

0,1

0’0 1 .";‘ i 1 i L i L i 1 i 1
20 30 40 50 60 70
A
Puc. 5. Temneparypusbie 3asucumoctu E ayist ucxoguoro (1,

1*) u 06paboTaHHOrO MIA3MOM TIIEIIero paspsaaa (2, 2*) o6-
PAa3sIoB IIPU UX HArpeBe U OXJIAKICHUU COOTBETCTBEHHO

Fig. 5. Temperature dependences of E for initial (1, 1*) and
treated by glow discharge plasma (2, 2*) samples upon their
heating and cooling, respectively

MIPOUCXOANUT CMeHa 3Haka E u Habmiomaerca wHBep-
cus repmodJ[C.

Usmenenne Tepmod/|C npu o6paboTke moBepx-
HOCTH ITUPKOHHEBOTO CIIABA ILTA3MOM TJIEIOIIero
paspsaga  mpencraBmeno Ha  puc.4  (Cyx =
= 1,76 % macc.).

OTMeruM, YTO TAHTEHC yTia HAKIOHA KPUBBIX
AE/A(1/T) ompenenser BeauduHy 5(EGEKTUBHOH
SHEPruM aKTHUBaIMH 3aeKTporHoB. O6paboTka I10-
BEPXHOCTH IUIA3MOH TJICIOIIEr0 paspaga He3HAYH-
TEJIbHO YMEHBIIAET JHEPTHUI0 AKTUBAIMM W CIa00
BIIMSIET HA COPOIMOHHYIO (II0 OTHOIIEHHIO K BOIOPO-
Ily) CIIOCOOHOCTH CILIABA.

Temneparypusbril tuctepesuc Tepmod /[ C ma wc-
XOIHOTO ¥ 00pabOTAaHHOTO IIA3MOM TJIEIOIIEr0 pas-
piana obpasmoB mnpuBegeHn Ha puc.bH (Cyx=
= 0,51 % macc.). Bugmo, 4ro mmpUHA HETIH THUC-
Tepesuca MeHSeTCsi B 3aBHCHMOCTH OT 00paboTKH
[IOBEPXHOCTH IMPKOHHMEBOro cruiaBa. Kpome Toro,
YCTAHOBUJIM, YTO HA IMHUPUHY IETIH TEeMIIepaTyp-
HOTO THCTepesuca F BIuseT KOHIIEHTPAIlUS BOIO-
poxa Cy.

HsBecTHO, 9YTO B HUKENE€ BOJOPO] PACTBOPSIETCSA
B MOHU3WPOBAHHOM COCTOSHWM B OTJIMYKE OT ITUP-
KOHHSI, B KOTOPOM IIPOMCXOAUT IIPEUMYIIECTBEH-
HOe obpasoBanue ruapunos [3]. C pocTom Temmepa-
TYpPbI PACTBOPHUMOCTD BOIOPOJA B HUKEJE MOBBIIIA-
ercs, a IpHU ee MOHWKEHUN HAOIIOIAeTCs BbIgese-
HUE BOJ0POJa.

YBenuueHve TOJIUHBI MTOKPBITHA MPUBOIUT K
YMEHBIIIEHWI0O CKOPOCTH IIOTJIONIEHUS BOJOPO/A.
Tax, niusa o6pasna 6e3 TOKPBITHA CKOPOCTh COCTABH-
aa 12 -1073 cm3/(em? - ¢), TpH TONIHHE IUIEHKH

0 500 1000 1500 2000 2500
h, HM

Puc. 6. 3asucumoctu E 0T TOMIUHBI TOKPBITHS A TIPHU CUIe
mpuKaTus 30612 K odopasity 0,3 (1), 0,2 (2) u 0 H (3)

Fig. 6. Dependence of E on the coating thickness % for the
force of the probe pressing to the sample 0.3 (1), 0.2 (2), and
0N ()

0,54 mem — 9,6 - 103, mpu 2,04 mem — 0,032 X
x 1073 em3/(em? - ¢).

BJII/IHHI/Ie TOJIIUHBI IIOKPBITHUA Ha BeEIUYNHY
Tepmod/IC B ycroBuUAX pa3MHUYHON HATPY3KH Ha
soun mnpuBemeHo Ha pwuc. 6 (Cy = 1,07 % macc.).
Ha6nromaemMbIil  CTymmeHUYATBHIN XapaKTep KPHUBBIX,
BO3MOJKHO, CBSI3AH C «IIPBIKKOBOM» MIPOBOIUMOCTHIO
B oOpasmax ¢ moKpbiTreM. MOKHO TIPEe/IIoIoKUTE,
YTO IUIEHKA CO3IAeT CBOEOOPA3HBIN 3alMparoIuil
IMOTEHIIHAJ )i 06pa30BaHUA BOLOPOILHON aTmocde-
PBI B ciioe 0CHOBHOTO MeTayia. [Ipu aTrom meHsiercs
IUIOTHOCTH DJIEKTPOHHBIX COCTOSTHHH HA TpaHUIle
Zr — Ni, KoTopas Tak:xKe 3aBUCUT OT KOHIIEHTPAIIUU
BOZIOpPOJIA.

ITockonbKy McCTeyeMblil CIIaB MOMKHO OTHECTH
K mepexomHbsM MetasuiaM, aasd tepmold[C ucmomns-
30BN CJIEAYIONIYIO (DOPMYILY:
n?k§T| 1 0N, 1 oF

- , (D
3lef |N; 6e FoE

E-=

e=¢p

rae kg — mocrosauas Boabumana; T — Temnepary-
pa; e, € — 3apan u sHeprus snekTpona; N; — 1mior-
HOCTB 3JIEKTPOHHBIX COCTOSIHUMH B d-30He; F' — mwio-
manb nosepxaoctu Pepmu; ey — sHeprud Pepmu.

IIpu BuHexpenwu Bogopoaa mamenenue E B oc-
HOBHOM ompenensiercsa 0N ,/0s. Benwunua 0N ,/0e 3a-
BHUCUT OT IIJIOTHOCTU 3JIEKTPOHHBIX COCTOAHUHU B
d-30He u ¢ npubamKeHneM ypoBHsa Pepmu K Bepx-
Hell TpaHHUIle 30HBI CTAHOBUTCA OTPHUIIATEILHOM.
Bosmo:kmo, OF/OE wurpaer pemiamliyio poJb IIpH
BHeZpeHuu Bopopona B cucremy Zr — Ni, uro, m0-
BUIUMOMY, IPUBOIUT K cMeHe 3Haka TepModJ[C B
YCIOBUAX KPUTUIECKOTO HACBIIIEHUA CILIaBa BOMO-
poom.
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B o6nactu Temnepatyp, npyu KOTOPBIX IPOBOIHU-
MOCTh MEHSIeTC II0 aKTHBAIIMOHHOMY 3aKOHY, TE€M-
neparypHad 3aBucuMoctb TepMod][C omwmcriBaeTcs
BBIPAJKEHIEM

_kB(Es
e \ kT

+Aj, (2)

rme A — KHMHETHYEeCKHH IapaMeTp, He 3aBUCIIIUN
ot Temneparypsl; E, — sddekTrBHAT SHEPTrUs aK-
TUBAIIMH IPOBOJUMOCTH JJIEKTPOHOB.

Takum 00pasoM, IO SKCIHEPUMEHTAIBHO H3Me-
peunoii Tepmod/[C MOKHO OIpemeauTh IIPOBOIH-
MOCTb MaTepHaa W TeM CAMBLIM OIEPATHBHO OIle-
HHUTb KOHIIEHTPAIIMIO BOJOPOIa B HEM.

3axJaroueHue

IIpoBenenubie uccaemOBaHUsA IIOKA3aIH, YTO C
YBEIWYEHUEM TOJIAHBI HUKEIEBOTO TOKPBITHUS
IUPKOHKEBOro cruraBa 9110, HaHECeHHOTrO CIT0COo-
60M BaKyyMHO-MarHeTPOHHOTO HAIbLIEHUS, MEHs-
ercs BeqmunHA TepModC (1ureHka TOMIIHHON 6O-
Jee 2 MKM 3alUIAeT CIJIaB OT MPOHUKHOBEHUS BO-
JI0pOJIa TPAKTHIECKH TOIHOCTEI0). Omnpenenss mpo-
BOIUMOCTh MAaTEepHaja 10 U3MEPEHHBIM 3HAYEHUIM
Tepm0d ] C, MOKHO OCYIIeCTBIATH KOHTPOJIb KPUTH-
YECKOTO COJEPIKAHUA BOAOPOJA B HBIEIUH U, COOT-
BETCTBEHHO, CTEIIeHH ero oxpyrmuauBanusa. [Ilpu srom
HEOOXO0IUMO YYHUTHIBATH, YTO 00paboOTKa IMOBEPXHO-
CTH HAMBIIEHHOTO MaTepHayia IUIa3MOH TJIEIero
paspsaga He3HAYUTENbHO BIAUSET HA MTPOHUIIAEMOCTh
Bosiopoza u Bexuunuy Tepmod ][ C.

BaaromapaocTn

Pabora BbIIOIHEHA € HUCIIOIB30BAHHEM HAYYHO-
ro 000pPyI0BaHUA IEHTPA KOJJIEKTHBHOTO HCII0Ib30-
Banua TIIY.
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B macrositiee BpeMs yirydineHne (PU3HKO-MEXaHUYECKUX CBOMCTB TBEPbIX CILUIABOB HA OCHOBE
WC - Co, mIMpPOKO HpUMEHSEMBIX IIPH IIPOU3BOCTBE KOHCTPYKIIMOHHBIX ¥ MHCTPYMEHTAIBHBIX
W3JIeJUH, CBA3bIBAIOT C HCIIOJb30BAHWEM TEXHOJIOTH, KOTOPHIE ITO3BOJISIOT (DOPMHUPOBATH B
CIUIABAX OJHOPOIHYIO0 BHICOKOILUIOTHYIO CTPYKTYPY. HesHauuTenbHbIe OTKIOHEHUS COIEPIKAHUS
yIiepoaa OT PABHOBECHOTO COCTOSIHUS IIPUBOAAT K 00pa30BaHMIO XPYNKUX 1)-a3 (B 4acTHOCTH,
Co3W;5C) 1, COOTBETCTBEHHO, YXY/IIIEHUIO MEXaHUIECKUX CBOMCTB uszenud. B pabore mpencras-
JIEHBI Pe3yJIbTAThI UCCIEIOBAHUSA OTHOPOSHOCTH (DA30BOT0O COCTaBA 06PA3II0B TBEP/BIX CIIABOB
WC + 10 % Co, mosy4eHHBIX ¢ IIOMOIIBIO IIITA3MOXUMUIECKOT0 CHHTE3A U BIEKTPOUMILYILCHOTO
IUIA3MEHHOTO cIiekaHus. VCrmonb3ysa MeTOf IIOCIOHHOTO PEHTreHOBCKOTO (Da30BOTO AHAIN3A,
YCTaHOBHIIH, 4TO (Da30BbIH cocTaB 00pasIioB HeoxHOpoaeH. Xpynkas 1-dasa (CogWsC) moasma-
ercs Ha rryouse >100 MiM, a mocie 200 MKM ee KOHIIEHTPAITUS JOCTUTAeT ITOCTOSIHHOM BeJIUYH-
HbI — 18 =+ 1 % Macc. 9To KOCBEHHO IIOATBEPIKIAET TUIIOTE3y 0 qudysuu yriepoza ¢ rpaduro-
BBIX IIyaHCOHOB, KOHTAKTHUPYIOIIUX C II0BEPXHOCTHIO CIIEKAEMbIX 00PA3II0B, U AT BO3MOKHOCTh
PACIIMPHUTD CIIEKTP IIapaMeTPOB, BIMAMIONIAX HA IPOIECC 3JIEKTPOUMILYJIBCHOIO ILIA3MEHHOTO
CIIEKaHU.

KaroueBnie ciaoBa: Kapbu Boab(pama; HAHOIOPOIIKHM; TBEPAbIe CILIABHI; HIEKTPOUMILYJIb-
CHOe IIa3MEHHOE CIIeKAHVe; PEHTTeHOBCKUH (ha30BbIH aHATN3.

X-RAY DIFFRACTION LAYER-BY-LAYER ANALYSIS
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Improvement of the physical and mechanical properties of hard alloys based on WC — Co widely used in
manufacturing of structural and tool products nowadays results from the use of novel technologies provid-
ing formation of a homogeneous high-density structures. Slight deviations of the carbon content from the
equilibrium state lead to the formation of brittle n-phases (in particular, Co3W3C) and, accordingly, to de-
terioration of the mechanical properties of the product. We present the results of studying the homogene-
ity of the phase composition of the samples of hard alloys WC + 10% Co, obtained using advanced technol-
ogies of plasma-chemical synthesis and spark plasma sintering (SPS). The layer-by-layer X-ray phase
analysis revealed the heterogeneity of the phase composition in depth: the brittle n-phase (CosW3C) ap-
pears at a depth of >100 pm and reaches a constant value of 18 = 1 wt.% at >200 pm, which indirectly
confirms the hypothesis of carbon diffusion from graphite punches contacting with the surface of sintered
samples and makes it possible to expand the range of parameters affecting the process of spark plasma
sintering.

Keywords: tungsten carbide; nanopowders; hard alloys; spark plasma sintering; X-ray powder diffraction
analysis.
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BBenenune

TBepable crtaBbl HA OCHOBE Kapbuaa Boabdpa-
Ma 00/1aa0T BBICOKOH TBEPAOCTHIO, IOBBIIIEHHOH
TeMIepaTypou IJIaBIeHUI, XUMUYECKOU yCTOMINBO-
CTBIO K BO3JIEUCTBUAM KHUCJIOT U IIeJI04€el, BBICOKUM
compoTuBieHueM usHocy. VIx moiy4aror myreMm cBo-
OOMHOTO CIEKAHWS WU TOPAYEro IPecCOBAHUA II0-
POIIIKOB ¥ HIIMPOKO MPUMEHAIOT B MAIIMHO- U CTaH-
roctpoenuu [1 - 5].

Onmnaro kepamuku u3 yrcroro WC nmeror Hu3-
KYI0 IIPOYHOCTD Ha uarub [6, 7]. [ly1s moBbiieHus ux
(pusUKO-MEXaHUYECKHUX CBOMCTB WMCXOHBIE ITOPOIII-
K1 Kapbuga BosbgpaMa CIeKaioT ¢ PasaIudHbIMHA J10-
0aBKaMHU JIETKOIUIABKMX MeTaIoB. Tak, mobasie-
HUe K00alIbTa IMO03BOJAET 3HAUYUTENIHHO ITOBBICUTDH
TPEIMHOCTOMKOCTh M HPOYHOCTH MaTepmana [1].
Bmecte ¢ TeM BO3MOXKHOCTH [jI JaJIbHEHIIIETO
MOBBIIIIEHUS (PU3UKO-MEXaHUUYECKUX CBOMCTB TBEp-
IBIX CILIABOB 34 CUYET IPUMEHEHUS TPATUIIMOHHBIX
TEXHOJOTHUH CIIEKaHUA celdac TPaKTUIECKU HUCIep-
maHbl. B HacrodAlee BpeMmsaA yiaydllleHUe UX (DU3H-
KO-MEXaHUYECKUX XaPAKTEPUCTHK CBI3BIBAIOT C HC-
MIOJIb30BAHUEM HOBBIX TEXHOJOTHMU, IT03BOJIAIOIINX
dopmupoBaTh B Marepuasiie OLHOPOIHYH BBICOKO-
IUIOTHYIO HAHO- U YIbTPAMEIKO3€PHUCTYIO CTPYKTY-
py [8].

OnuH U3 MEepCIeKTUBHBIX CIIOCO00B MOIYIEHHUT
HaHomopoirkoBbix Kommosuiuit WC — Co ¢ oxpHo-
POIHBIM TPAHYJIOMETPHYECKHM H (DAa30BBIM COCTa-
BOM — METOJ IJIa3MOXUMUYIECKOTO CHHTE3a HAHOIIO-
poIKoB MoHOKapbumaa Bonbppava a-WC [9]. Ilpu
9TOM YJIbTPATOHKHE CJIOU KOOAIhTA HA TIOBEPXHOCTD
TIOPOIIIKOB HAHOCAT MeTozoM ocaxmenus [10].
g mpousBo/ICTBA HAHO- U YIIBTPAMEIKO3€PHUCTHIX
TBEPABIX CIIABOB HCIIOIB3YIOT TAKMKE METOH JJIEK-
TPOUMILYJIBCHOTO («HCKPOBOTO») IIJIA3MEHHOTO CIIe-
kauusa (QUIIC). IIpu OUIIC mopoiiok, 3achimas-
HBIH B Ipecc-popMy, HATPEBAIOT O TEMIEPATYpPhI
CIeKaHuA B BaKyyMe C OZHOBPEMEHHBIM IIPHIIOMKE-
HyeM pasienus [11 — 13].

OrMeTuM, dYTO KOMIAKTHPOBAHHWE METOIOM
AUIIC, xak u B cIydae ropsduero IpeccoBaHUs, OCY-
[ECTBAAIOT B TpaduToBhIX mpecc-popmax. Ilpwm
9TOM CITeKaeMbIi B IIpecc-hopMe — II0JIOM ITAIHNH]-
pe c BHyTpennuMm muamerpoMm oT 10 mo 200 Mm —
HAHOIIOPOIIOK (PUKCUPYETCA C MOMOIIBI0 IpaduTo-
BBIX IIyaHCOHOB (HMKHEro W BepxHero). J[d moBbI-
IIIeHU OTHOPOHOCTH HATPEBa CIIEKaeMoro obpasna
YacTO [OMOJHHUTEIBHO HCIOIB3YIOT TPa(UTOBYIO
Oymary u rpad)UTOBBIE CIIEHCepPhI, 00ECIIEIHBAIOIIIE
yBeIW4YeHre IUIONMIaAN KOHTAKTa o0pasiia C Ipecc-
dopmoit 1 myaHcoHaMH.

Monoxrap6un Boabppama a-WC mmeer odeHb
y3KHUI uHTEpBaI crabuiabHocTy Ha quarpamme W — C
[6], 1 HesHAYUTENbHbIE OTKJIOHEHUA COJEP:KAHUA
yIJIepoZia OT PABHOBECHOTO COCTOSTHHS IPUBOMAT K
obpas3oBaHUI0 HeKeJIaTenbHbIX (as. Tak, amcopOu-

POBaHHBIN KUCIOPOJ IIPHU IIOBBIIIIEHHOM ero KOHIIeH-
Tpaluu HA MOBEPXHOCTH YaCTHUI[ MOHOKApOUAa mpu
HarpPeBaHUU BCTYIAET B XUMHUYECKYIO PEaKIIUI0 C
yriepogoMm ¢ obpasoBarueMm razoB CO u CO,. Ito
BeeT K YMEHBIIIEHUI0 KOHI[EHTPALMH [TOCIETHET0 B
TIOBEPXHOCTHOM cJjioe yactuil. Kak ciencrsue, B cie-
KaeMoM o00pasile HapyIaeTca CTeXHOMETPHA, UTO
BeI3bIBaeT (popmupoBanune W,C- (B KepamMumkax Ha
ocaoBe WC) u n-¢pas (8 tBepabix crtaax WC — Co).
(UsBecTHBI cremyiomue MOIW(MDUKAIIMH 1)-(pasbl:
CosW;C, Co,W,C, CosWyCy, CogWeC [6].)

Yactuaro mpobiaeMy MOKHO PEIduTh IIyTeM I0-
OaByienusa yriepoja (B popMe KOJIOUIHOIO rpadu-
Ta) B MCXOMHBIA MOPOIIOK, EPEMEITUBAHUS TOIY-
YeHHOU MNOPOIIKOBOM KOMIIO3WUIIUHM B IIJIAaHETApPHOU
MENIbHUIIE W CIEKAHUS ITOJYYeHHOU KOMITO3UIIUU
WC - Co - C [14]. OnHako KOHIIEHTPAIIUSI BBOAHMO-
ro yriaepoja, KoTopas A0JKHA ObITh CBA3aHA C KOH-
[eHTpaIell KUCIOPoAa B CHEKaeMbIX HAHOIIOPOIII-
Kax, B MPOIecce XPaHeHUs HeIIPEePhIBHO MOBBIIIAET-
csa. WB6BITOK ke m00aBIAEMOTO YTiIepojia MOJKET
MPUBECTH K 00Pa30BAHHUIO OT/ENbHBIX YACTHI] T'pa-
(huiTa B CmeUYeHHBIX TBEPABIX CILIABAX M, COOTBET-
CTBEHHO, K CHIJKEHHUI0 HX (DH3HUKO-MEXaHWIEeCKUX
CBOMCTB.

HeobxomuMo Takke yIUTHIBATH BO3MOKHOCTD
WHTEHCUBHOH AU Qy3un yriiepoaa B TBepable CIuia-
BBI C TPA(PUTOBBIX IIyaHCOHOB, YTO BEIET K HEOHO-
POIHOCTY KOHIIEHTPAIMH YTIJIepojia B Pa3IHIHBIX
CeUYeHHUX 3arOTOBKH (IIOBBIIIIEHHON ero KOHIIeHTpa-
UM — HA TOPIEBBIX U GOKOBBIX MTOBEPXHOCTAX U
TIOHMKEHHOM — B IIEHTPAIHLHOM CEYEHUN).

Ilens paboThl — HcciIeqoBaHKe OTHOPOSHOCTH 00-
pastuos (pacupeznenenus 1n-¢gassl (CosW;C) mo ruy-
OuHe) MeITKO3epHUCTBIX TBEpAbIXx criaBoB WC +
10 % Co mMeTomoM IIOCIONHOTO PEHTTeHOBCKOTO (ha-
3oBoro ananusa (PDA).

Marepuaabl, METOABI, 000PYAOBaAHIE

Hcxomupiii Marepuan KepaMudyecKux obpas-
I10B — IIOPOIIOK MOHOKapbuma Boabppama a-WC —
MOJIyYaJX METOAOM ILIa3MOXHMHUYECKOTO CHHTE3a
(comep:xanue yriepona u kuciaopona — 5,73 = 0,01
u 0,756 = 0,005 % macc.) [10]. KobamnsT (10 % macc.)
HAHOCWJINM HA MOBEPXHOCTh yactuil a-WC meromom
OCasKIeHHsA. ¥ Ie/IbHAS IT0BEPXHOCTh HAHOIIOPOIIIKOB
WC - Co cocrasaana 5,12 + 0,02 m?/r, 4TO COOTBET-
CTBOBAJIO cpemHeMy pasmepy dactuir 70 HM.

Crekanne HAHOIIOPOIIKOB OCYIINECTBIISIN Ha
ycranoBke Dr. Sinter model SPS-625 (Amonus) B
BakyyMme B rpaduToBO# mpecc-gopme (BHYTpPeHHUH
nuamerp mpecc-popMbl — 12 MM, CKOPOCTH HArpe-
Ba — 50 °C/MuH, BeJIUYHHA TPHIOKEHHOTO OIHO-
ocuoro Hanpszrenus — 70 MIla, remneparypa crme-
kauus — 1050 °C) (puc. 1). Bo Bpems cnekanus ais
yIAJIEeHHUsI C IIOBEPXHOCTH YACTHI[ IIOPOIIKA aICop-
OMPOBAHHOIO KHCIOPOMA Ui ABYX (M3 Tpex wmccie-
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Puc. 1. Cxema mporiecca criekauusa Ha ycranoBke Dr. Sinter
model SPS-625

Fig. 1. Sintering process diagram (Dr. Sinter model
SPS-625)

JIOBAHHBIX) 00pPA3I[0B IIPOBOIUIN [IEerasarioOHHYI0
Boigep:kKy mpu 850 °C B Teuenue 10 mun (omuH 06-
pasertr cuekascsa 6e3 BBITEPIKKN).

s nocnoiimoro POA BepxHioo (¢ TOYkH 3pe-
HUHS [IO3UIMOHMPOBAHMA 06pasiia B yCTAHOBKE) I10-
BEPXHOCTDH CITEYEHHBIX 00PA3II0B IIOC/IEI0BaATEIbHO
MexXaHUn4YeCKHu H_UII/Id)OBaJII/I aJIMa3dHbIMH [JHCKAaMH,
3aTeM TOJIMPOBAIIH C TIOMOIIBI0 AJIMA3HOH MACTHI JI0
ypoBHsA 1IepoxoBaroctu ~1 mrm. Oneparmuu ocyiie-
CTBIIAIM HA cTaHKax Struers Secotom-10 u Buehler
Automet 250 cooTBeTCTBEHHO.

HauanpHas BbICOTA CIEUEHHBIX OGPA3IOB CO-
crasiana 3 MM. B cpenrem 3a ofiHy omepanuio Mmexa-
HUYECKOW 06paboTKM ¢ TOBEPXHOCTH YIAJISIN CIOH
romuaod 30 — 60 MEM (BBICOTY KOHTPOJIHPOBAIH
MurpomeTrpoM). Beero nmposesnu mrects aramnos obpa-
6orku. IlockonmbKy pacuerHad «riryouHa maudpak-
nuv» CuKa-u3inydeHus st UCCIeyeMbIXx 00pasIioB
cucrembl WC — Co He mpeBbimana 7 MEM, ynaise-
MOHM mpu 06paboTKe TOJIUHBI OBLIO JOCTATOYHO,
4TOOBI UCCIEN0BATDH CJIOH, KOTOPBIN He BIIHSI Ha pe-
3yJbTAT HA TMPEABIIYIIEM JTare.

PenTrenoqudpakiinoHHble KCIIBITAHUA IIPOBO-
OUWJIA HA IIOPOIIKoBoM mudparromerpe XRD-7000
(Amorms) (CuKa, A = 1,54 A, «pexuM 1mupoxoii
menn», quana3oH yrioB — 30 — 80°, mar cka"upo-
Barud — 0,04°, Bpems sxcmosurnuu — 3 ¢) [15].

Il kagyecTBEHHOroO (DA30BOr0 AHAIM3A HCIIOJIb-
soanu nporpammy Diffrac. EVA u 6aux PDF-2, ms
KOJTMYEeCTBEHHOTO — METO]I KOPYHIOBBIX YHCENl U
WHTErpajbHbIe HHTEHCHBHOCTH AHAJIUTHYECKUX ITH-
KOB OOHapPY:KEHHBIX B HCCIIeIyeMbIX oOpasiax ¢as:
muk (101) — gaa o-WC, (111) — g B-Co m (511) —
1t n-paswt (CogW3C) [15].

O6cy:xaenue pe3yabTaTOB

IImoTHOCTE CHEUEHHBIX o6pa3u013, oIrpenesieH-
Hasg MeTOAOM THAPOCTAaTUYECKOTO B3BEIIIWBAHWA,

Puc. 2. MukpocTpykTypa IIOBEPXHOCTHOTO CJIOA TBEPOTO
cwtaa WC + 10 % Co, momyuennoro meromom OUIIC wus
IIa3MOXUMHUYECKOT0 HAHOIIOPOIIIKA

Fig. 2. The microstructure of the surface layer of WC +
10% Co hard alloy obtained by SPS method from plasma-
chemical nanopowder

B cpenHeM cocrasiana 14,426 = 0,021 r/cm3, uTo co-
orBercTBOBaio 98,54 = 0,15 % oT TeopeTHUecKou
ILTOTHOCTH.

Ha puc. 2 npuBenerna MHKPOCTPYKTYpa MOBEPX-
HOCTHOTO cjiosg obpasia TBepporo crwiaa WC +
10 % Co, nonyuennoro meromom JUIIC u3 maasmo-
XAMHUYECKOTO HAHOIIOPOINKA. BumHO, 9TO MHKpPO-
CTPYKTypa AOCTATOYHO OJHOPOHA, CPEIHUH pasMep
3epeH cocraBiager ~100 HM, MHKPOTBEpPAOCTb U
TpemuHOCTONKOCTh (1o ITamvmiBuery) — ~21,9 +
0,8 'Tla u ~6,6 + 0,9 MIla - M2 cooTBeTCTBEHHO.

Ha pmuc. 3 mpuBemeHnl pesyabTaThbl PEHTTEHO-
MU PaKIMOHHBIX HcHbITanuii. Hymepariusa coorser-
CTByeT dTamaM MeXaHHYeCKOH o6paboTku (I1ocioi-
Horo anasusa). Tak, kpuBbie 0 u 6 — gudparro-
rpaMMbl TTOBEPXHOCTHOTO, HE MOABEPTHYTOro obpa-
0oTke, U Hambosee riaybuHHOro (~250 MKM OT IIO-
BEPXHOCTH) CJIOEB.

Bunso, uTo ¢ yBenwyeHHEM TOJIIAHBI MEXAHU-
YEeCKH yAAISIeMOro CJI0d MHTeHCHUBHOCTH muka (111)
B-Co Bospacraer. Kpome Toro, Ha HaYaJIbHBIX JTa-
rmax 06paboTKH MOBEPXHOCTH (TOJIIUHA yIAJIE€HHOIO
cinosa 1o ~100 MrM) Hamuuwe 1)-pasbl MPAKTHIECKH
He ukrcupyerci (MHTEHCHBHOCTH COOTBETCTBY-
IOIUX BO3BBIIIEHUH HA AU(PAKTOrpAMMAxX HE OTBe-
YaeT KPUTEPHI0 30, T.e. He MPEBBIIIAeT TPEeXKpar-
HyI0 BenwuwHy miyma). Hauunnas ¢ yerBepToro sra-
ma (raybura ~140 MEM), HHTEHCUBHOCTh AHAIHTH-
yeckoro nuka (511) n-gassl pesko yBeInduBaeTcs.

3aBHUCHUMOCTH OTHOIIIEHHS HHTEHCHUBHOCTEH aHa-
mutuaeckux mukoB (511) u (101) u KoHueHTpauH
N-bas3sl OT TOIIIUHBI YAAJIEHHOTO CJIOS ITPHUBEIEHBI
Ha puc. 4.

Bunso, yro Ha riybune ot moBepxHocTH ~100 —
150 MM MaccoBas [0 1)-(pasbl Pe3KO IOBBINIAETCS
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Puc. 3. JudparrorpaMMbl 06pasIioB, CIeYeHHBIX C [erasa-
IIMOHHOU BBIIEP:KKOH (0, 8) u Oe3 Hee (a)

Fig. 3. X-ray diffraction patterns of the samples sintered
without (@) and with (b, ¢) degassing exposure

(or 0 mo ~12 — 15 % macc.), gocruras Ha ~200 MEM
mocTossHHOM BeamuuHbl (18 + 1 % mace.). ITo Koc-
BEHHO IIOATBEP:KIAET IIPEIIOJIOKEHIe, YTO B IIPO-
1ecce CIIeKaHHsA MPOUCXOnuT nuddysusd yriaepomaa C
rpadUTOBBIX IMYAHCOHOB, KOHTAKTHPYIOIIUX C IIO-

In(5 1 l)"‘.IcL—WC (111}

—e— (523 BRASPAKIT
oM CBRITEPEROE 0 _sa-mT L
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Puc. 4. 3asucumocru orromernus I,(511)/1,ywc(111) (a) u
koHrenTpamuu v(n) (6) oT riybunb! d

Fig. 4. The dependences of I, (511)/I (111) ratio (@) and
concentration v(n) (b) on deptlil d

BEPXHOCTHIO CIIEKAEMBIX 00PasIlOB TBEPIbIX CILIA-
BoB. [locTymaromuii Takum 006pa3oM yriepoj Ipe-
IOTBpAIAeT IOSBIEHWE B ITOBEPXHOCTHBIX CIIOSX
n-daser. Bmecre ¢ Tem Hmmenemxamme, He obora-
HeHHbIe AUPPYHAUPYOIUM ¢ TPAQUTOBBIX IIyaH-
COHOB YTJIEPOJIOM CJIOM XapaKTepH3yIOTCAd ee HAJH-
queM.

HOJIy‘IeHHBIe OJaHHBbIE IIO3BOJIAIOT OII€EHHUTH Be-
auyauHy pasdpoca pacupeneneHus (pasoBOro cocTaBa
o riry6une. Kpome Toro, ormeTuM, 4To /rerasauoH-
Has BBIJIEPIKKA B IIPOIIeCCe CIIEKaHUs He OKa3bIBaeT
3HAYUTEIHLHOTO BJIHSHHUS HA COlepskaHue 1)-(asbl
(CogW3C) u raybumy ee OOHApPYKEHUS B HCCIEMY-
emom TBepgom cmiase WC + 10 % Co.

3axaroueHue

Takum 06pazoM, MPOBEIEHHBIE HCCIETOBAHUI C
ncnoab3oBanueM P®PA 1moxasamm, 4yTo ClieueHHBIe
obpasmer Teepgoro crraBa WC + 10 % Co xapaxk-
TepusyTca (azoBOM HEOTHOPOAHOCTHIO. B 1eH-
TpaNbHBIX 00JacTAX 00pasiioB, B OTAWYHE OT IIO-
BEPXHOCTHBIX, PACIOJIOKEHHBIX OMMKe K rpaduro-
BOU mpecc-popMe U rpadpUTOBBIM IIyaHCOHAM, Ha-
6JII0/1a/TH TIOBBINIEHHY0 KOHIIEHTPAIIMIO YACTHUI] He-
swenarenbHoi  1-gaser  (CosW3C),  yxymmarorei
(r3uKo-MexaHUIECKHEe cBOIcTBA MaTepuana. [lars-
HEUIIUM Pa3BUTHEM IIPEJIOKEHHONW METOIUKHA
MOTJIO 6bI GBITH PUMEHEHWEe WHBIX (OTIMYHBIX OT
reometpuu 10 Bparry — Bperrano) ontuueckux
CXeM ¥ HCIIO0Jb30BaHWE WHTEHCHUBHOTO KOJJIAMUPO-
BaHHOTO ITEPBUYHOTO PEHTTEHOBCKOTO My4Ka. TaKoi
TIO/IXO0]T, BEPOATHO, MOKHO PEATN30BaTh C IIOMOII[BIO
0CTPO(OKYCHBIX PEHTTEHOBCKUX TPYOOK, BXOd-
IAX B COCTAB ABTOMATHYECKUX MOHOKPHUCTAJIbHBIX
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nudpaxTomerpoB. Mcrnonb3oBanme CHHXPOTPOHHOTO

U3IyJeHus, 0e3yCIOBHO, IIOBBICUT OKUIAEMBIH
adpdexr.
duHaHCHpOBaHUE

HCCJIeI{OBaHI/Ie BBIIIOJTHEHO IIpu (i)I/IHaHCOBOfI

mogaepskke PH® (mpoext Ne 18-73-10177).
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KOMIIBIOTEPHOE MOJAE/JIMPOBAHHUE ITPOIIECCOB PACCESIHUA
OIITHYECKOI'O U3JIYUYEHHUA ASPO30JIbHBIMU CPEJTAMU

© Baagumup Baagumuposmu CemeHOB

JloHCKO# roCcymapCcTBeHHBIN TexHUYecKui yuusepcurer, Poccus, 346500, Pocrosckas o6macts, r. Illaxrer, yiu. [lleBuenko 147,
e-mail: vvsemenov@mail.ru

Cmamusa nocmynuaa 22 anpens 2020 2. Ilocmynuaa nocae dopabomxu 19 mas 2020 .
Ilpunsama k nybaurayuu 25 mas 2020 e.

OnHO U3 BasKHBIX HAIPABIEHUN B 00JIACTH OIITUYECKOr0 IPUOOPOCTPOCHUA — PA3BUTHE TEXHO-
JIOTWH CHMYJISII[UU OIITUYECKUX [IPOIECCOB B IIPOU3BOJILHOU JUCIIEPCHOM cpefie. ATO II03BOJIUT B
Oy/yliieM OTKa3aThCsa OT (PU3MUECKHX UCIIBITAHUH € WCTIOIB30BAHUEM JI0POTOCTOSINEro 000py/I0-
BaHUS B II0JIb3y KOMIIBIOTEPHOU CUMYJISIINN SKCIIepuMeHTa. B paboTe mmpencTasieHbl pesyibra-
ThI MOJEIUPOBAHUS [IPOIECCOB PACCESHHUS OIITUUYECKOr0 M3JIyYEHHUs asPO30JIbHLIMY CPEIaMHu C
WCTIONIb30BAHUEM MEeTO/la KOHEYHBIX 3JeMEHTOB. [IpHuBeeH aJIropuT™ MOCTPOEHUS MOMAEIHA CO
CIIEIYIOMIMMY WCXOIHBIMH YCIOBHSAME: PAIUyC CPEPUUECKONM YACTHIIbI JAUCTHUILIAPOBAHHOM
BOAbI — 1 MKM, JJTHHA BOJIHBI IIAAAIOIIETO0 ONTHYECKOro uamydenusd — 0,6328 MKM, oKpy:ka-
OLas YacTUIly cpena — Bosayx. Ha ocHoBe mMonenu paspaboraHa KOMITBIOTEPHAS IIPOrpaMma,
II03BOJIAONIASA, IIOMHMO ABTOMATH3AIMKA BUPTYAILHOIO SKCIEPHUMEHTA, CO3MaBaTh CIydaiHOe
PACIIOJIOKEHNE YACTHIL C U3MEHEHHNEM UX TeOMETPHYECKOM )OPMBI ¥ pasMepOB B 3a[JaHHbIX IIpe-
nenax. [IpexcraBieHsbl MOENIbHBIE 3aBUCHMOCTH WHTEHCUBHOCTU M3JIy9YeHUS OT yIJIOB pacces-
HUS VIS OXHOM YACTHIIGI M uX rpymmbl. [lomydeHHble pesyibraThl CUMYJISIIAN IIPOXOKICHUS
CBETOBOTIO JIy4a CKBO3b AUCIIEPCHYIO CPey U aHAIM3a WHIUKATPUCHI PACCESHUS TPYIIION YACTHUI]
MOTYT GBITH HCIIOIb30BAHBI JJIA MPOEKTUPOBAHUSA TPeOyeMoi KOHCTPYKITUU J1eTeKTopoB (¢oTo-
JATYUKOB) U OIPEIeIeHNA MUHUMAIHHOTO KOJIMIEeCTBA (POTOMPHUEMHBIX YCTPOMCTB IIPU H3Mepe-
HHM [1ApaMEeTPOB HUCCIIEAYEMOM CPeIbl.

KmroueBsnie cioBa: aspo30JIbHBIE Cpenbl; pacCedHHue OIITHYECKOI'O HM3JIydeHHd; MEeTOO KOHEY-
HBIX 3JIEMEHTOB IJIf TPYIIIBI YaCTHIl, KOMIIbIOTepHadA MOIeJIb.

COMPUTER SIMULATION OF OPTICAL RADIATION SCATTERING
BY AEROSOL MEDIA

© Vladimir V. Semenov
Don State Technical University, 147, ul. Shevchenko, Shakhty, Rostov obl., 346500, Russia; e-mail: vvsemenov@mail.ru

Received April 22, 2020. Revised May 19, 2020. Accepted May 25, 2020.

Development of the technologies simulating optical processes in an arbitrary dispersed medium is one of
the important directions in the field of optical instrumentation and can provide computer simulation of
the processes instead of using expensive equipment in physical experiments. The goal of the study is simu-
lation of scattering of optical radiation by aerosol media using the finite element method to show a practi-
cal significance of the results of virtual experiments. We used the following initial conditions of the model:
radius of a spherical particle of distilled water is 1 pm, wavelength of the incident optical radiation is
0.6328 pm, air is a medium surrounding the particle. An algorithm for implementation of the model by
the finite element method is proposed. A subprogram has been developed which automates a virtual ex-
periment for a group of particles to form their random arrangement in the model and possibility of chang-
ing their geometric shape and size within predetermined intervals. Model dependences of the radiation in-
tensity on the scattering angle for single particle and groups of particles are presented. Simulation of the
light transmission through a dispersed medium provides development of a given photosensor design and
determination of the minimum number of photodetectors when measuring the parameters of the medium
under study via analysis of the indicatrix of scattering by a group of particles.

Keywords: aerosol media; scattering of optical radiation; finite element method for a group of particles;
computer modell.

BBenenune PaBIUYHBIX YCTPOMUCTB (I€TEKTOPOB) M (PUKCAIUN

HCCHeﬂOBaHI/Ie IUCIIEPCHBIX CpeJl — aKTyaJlbHas IIPUCYTCTBUA OUCIEPCHBIX YaCTHUIl B T€X UKW HUHBIX
3dagada, olpeneadronias IIEPCIIEKTUBY pa3pa60TRH Ta3OBBIX HJ/IH HHIKHUX Cpenax. O,ZIHO N3 BAXHBIX
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HaIIPaABIEHUH B 9TOM 00/IaCTH — PA3SBUTHE TEXHO-
JIOTUH CUMYJIAIINY ONTHYECKUX ITPOIIECCOB B IIPOM3-
BOJIBHOU JHCIIEPCHOM Cpefie. JTO MO3BOIUT B Oymy-
II[EM OTKA3aTbCA OT (PUBUIECKUX OMBITOB C HCIIOIh-
30BaHUEM [OPOTOCTOAINET0 OOOPYIOBAHWI, COKpa-
TUTH BPEMEHHbIE U IIPOYHE 3aTPAThI B IIOIb3Y KOM-
IIBIOTEPHON CUMYJIAIINY SKCIIEPUMEHTA.

ens paboTbl — KOMIBIOTEPHOE MOJAEIUPOBA-
HHe IIPOIIECCOB paccegHUs ONTHIECKOTO M3IydeHUd
asPO30JILHBIMU CpelaMU.

MeTton MOOEC/INPOBAHUA

Mertoas MOmETUPOBAHUS PA3JENIIOT HA CTPO-
rue u npubmmxenusle. Cumraercd, 4TO CTpoTHE
0T Pe3yabTaThl, MAKCHUMAIbHO OJIU3KHE K peasb-
HBIM (PU3UYECKUM OIIBITAM, HO OCTABIAIT OTKPBI-
TOH Ipo0iieMy pelleHus 00paTHON OITHYECKOH 3a-
mauu. B To e Bpemsa pesyabTaThl ¢ IpHMEHEHUeM
NPUOTHKEHHBIX METOOB MEHee TOYHBI, OMHAKO I10-
JIydeHHBIE C X IIOMOIIBIO JaHHbBIE YIIPOLIAIOT Pelle-
Hre oOpaTHo# 3amauu [1]. U3 npubiuKeHHbIX METO-
0B BhifenuMm mupubnmxenus Benruens — Kpamep-
ca — Bpuutiosna, Penes — 'anca — Jlebas, anomaib-
HOU mudparnuu u suKoHasna [1 - 5], cpegu crpo-
TUX — METOAbl pAa3fleleHus IePeMeHHBIX,
KOHEUYHBIX BJIEMEHTOB, KOHEYHBIX PasHOCTEH BO Bpe-
MEHHOU 006acTv, O00O0OIIEHHBIH MYIbTUIOIbHBIN
merox [6 — 13, 15].

[Ipubnu:xeHHbIE METOABI ITO3BOJAIOT IIOJYUYHUTH
00600II[eHHbIe XapPAKTEePHUCTHKH CPeNbl, HaIpuMmep,
¢ TIOMOIIBIO aHAIN3a WHAUKATPUC paccesuud. [lpu
9TOM OHH JAI0T BO3MOJKHOCTH KCIIOIB30BATH IIPO-
rpaMMHbBIE CPEJCTBA I aBTOMATHU3AINH IMIPoIfecca
noxyyeHus maHHbIX. OXHAKO IIOCKOJIBKY CHCTeMa
JUCTIEPCHBIX YACTUI] B MOJIENIAX YaCTO PACCMATPUBA-
ercsi KaK OfHA YaCTHIlA, JOCTOBEPHO PACCUUTATDH
MHOKECTBEHHOe PacCesiHue i TPYIIIbl YACTHI] He
TIPeICTaBIAETCI BO3MOKHBIM. Kpome Toro, Mozenu-
PYIOT TOJIBKO YACTHUIIBI IPABUIBHOMN (POPMBI, U JasKe
[PH BBEIEHUU COOTBETCTBYIOIIUX KO3(MHUIIMEHTOB
OTKJIOHEHUS TOYHO CMOEIHUPOBATH pacCesHUe dac-
THUIEH TPOU3BOIBHON (hOPMBI TAKKE HEBO3MOIKHO.

Tounbie (cTporue) MeTOAbI IIPUMEHSIIOT IIPH MO-
eTUPOBAHUY ONITHYECKUX IIPOIIECCOB B 60jee CIoMK-
HBIX CHCTEMaX, YTO HPHUOIMKAET MOJENbHBbIE pe-
3yJIBTATHI K 9KCIIEPUMEHTATbHBIM IaHHBIM. JTO CBA-
3aHO C MAKCUMAIBHBIM COOTBETCTBHEM MOEIUPY-
€MOMU IUCIIEPCHOU cpeabl peaIbHOMY SKCIIEPUMEHTY .

B manHOM ciydae MCIOIB30BaIH METO] KOHEY-
ubix saemenToB (MKO), kax mamnbosiee yHuBEpcaib-
HBIA W 00ECIeYMBAIOIINU TOCTATOYHYIO TOUYHOCTD.
MKS — umncieHHBIH MeETOZ peIIeHUsS BOJHOBBIX
ypaBHenuii Maxkcsenna. OH 3akmouaercs B paszou-
eHuu 00/IaCTH, B KOTOPOM HIIETCA PeIleHUe ypas-
HEHWI, HA KOHEYHOE YHCJIO AWCKPETHBIX I0/1006-
macreit — saemeHToB. IIpu 9TOM B KaskaoM seMeH-
Te BBHIOMPAIOT BUA (DYHKIIUN HPHUOTIKeHUA (HATIpU-

Mep, moawHOM 1-i cremenu). Bue siaemenTa (yHEK-
[IUg paBHA HYNIIO, 3HAYEHUT ee HA TPAHUIAX dJe-
MEHTOB — PeIleHnus 3aJa9u — 3apaHee U3BECTHBHI.
Koaddunmentsr annpokcuMupyommx  (QyHKIUH
HaXOJAT, UCIOJIb3ys PABEHCTBO 3HAYEHUU COCETHUX
(yHKIIMI HA CMEKHBIX TPaHUIIAX dIeMeHToB. Jlamee
K03 pUITHEeHTHI BhIpAKAIOT Yepes3 3HAYCHUsT (PYHK-
IUH B y371aX 9JIEMEHTOB. 3aTeM COCTABJIAIOT CHCTe-
My JIMHEUHBIX aire0pandecKux ypaBHEHUM, B KOTO-
PO¥ KOJIWYIECTBO YpaBHEHUH PABHO KOJIUYECTBY He-
W3BECTHBIX B y3IIaX, IJie UIIeTCHd PEIIeHHe CUCTEMBI,
¥ TPAMO IPOMOPIIHOHAIBHO YHCIY 3JIeMeHTOB. B
CeTKe BJIEeMEHTOB CYIIEeCTBYIOT OTPaHUYEHUd Ha KO-
JINYECTBO COCEIHUX DJIEMEHTOB C JIIOOBIM BHIOpaH-
HBIM 3JIEMEHTOM, YTO YIIPOII[AeT PEelIeHHe MOIyIeH-
HOUM cucrembl ypasHeuwii. JlocromrctBo MK —
BO3MOKHOCTh MOJIEIMPOBATH PAaCCeAHUE YACTHUIEH
(MM YaCTUIAME) TIPOU3BOIBHOM (POPMBI U pasMe-
POB, a Takke YACTUIIAMH, COCTOSIIUMU U3 HEOIHO-
pomHOTO  Marepuana, He ~ MEHAd  aJITOPUTM
MOJEIHNPOBAHUA, HO AWHAMUYECKH H3MEHAA IIIOT-
HOCTb HAHECEHUA CETKHU (yBeIWYWBasi ee B MeCTax,
rae Tpebyercs MOBBINIEHHAS TOYHOCTh BEIUUCIEHUIH,
¥ yMeHbIIAs TaM, Tle BBICOKAsd TOYHOCTb HE Tpe-
oyercs).

ROMHBIOTepHOG MOIaeJIHupoBaHHuE

OTtMmeTruM, 4TO BCIEICTBHE BIUSHHUSI PACIIOIOKE-
HHS ¥ TeOMETPUU 00BEKTOB B SKCIEPUMEHTAX C OJIH-
HAKOBBIMHU IIapaMeTPaM¥ Cpefbl, HO Pa3IHYHBIMU
TIOJIOKEHUSAMY YACTHI[ ¥ OTKIOHEHUAMU OT UX Ha-
YaIBHOU (POPMBI, PE3YIHTATHI MOTYT PA3IHYATHCH.
Jna moaydyeHus HAJEKHOTO PEIIeHUs KAK MPSMOM,
TakK ¥ 00paTHOMH ONTHIECKOU 3a1a4¥ HEOOXOAMM DAL
OTIBITOB, KOTOPhIe MOTPEOYIOT IUKINIECKUX BBIYHC-
JIEHUU U pereHepamnuy reomerpun. KosmdaecTBo 1iuk-
JIOB BXOMKJIECHHUS OIIPENesIAlIN HMINPUYECKH U 3a1a-
BaJIX BXOAHBIM IIAPaMEeTPOM IIPHU 3aILyCKe MOJIEIH.

OO6BIYHO CYWTAIOT, YTO TPYIIa YACTHI[ BEET
cebs aHAJOTHMYHO OJHOM PACCEHBAIOILIEH YaCTHIIE,
[I09TOMY PaCYeThl BEAyT [JIA OMHOHN YaCTHIILI 3a/1aH-
HOTO pasMmepa, COCTOSIIeH W3 Marepuaia ¢ yKazaH-
HBIMH ONTHYECKHUMH mapaMmerpavu. Kciau Momenu-
pOBaTh paccesHUe ONTHYECKOTO U3IyIeHN IPYIIIIOH
YaCTHIl, TO OyIeT HeOOXOAUMO MHOKECTBO IKCIEPH-
MEHTOB [[JIs CDABHEHUS PE3yIbTATOB C PA3HBIM pac-
MOJIOJKEHNEeM U TapaMmeTrpaMmu yactui. s peanu-
3allMM TAKOH MOAEIN ITOHAZOOATCA IUKINIECKUe
CTPYKTYPhI B JITOPUTME W IPOIEAypa TeHeparuu
TEeOMETPUU HCCIEyeMOM TPYIIbI B COOTBETCTBUU
C 33/IaHHBIMU [TapaMeTPaMH.

Brok-cxema amropur™Ma IMOCTPOEHHA MOJENH
npusegena Ha puc. 1 (N, Nywenr — MaKCHUMaIbHOE
KOJTMYECTBO IUIAHUPYEMBIX U TEKyIllee KOJIMIECTBO
[IPOBEJIEHHBIX SKCIepuMeHTOB). Mopenb peannso-
BBIBAJIM C HCIOnb3oBanumeM mporpammbl COMSOL
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Hauano

Bsox naHHbBIX:

IIpenesb! paguycoB 9acTHIBL;
Pasmep xioBersr;

Marepuain! cpefbl U YACTHIIL;
MaxkcuMaTbHO KOTHIECTBO TaCTHI]

Wunnuanusanus Gpusndeckoin
Mozen, 3aanue GopMyIL,
ONHUCHIBAIONIIUX ITPOIIECCHI

CBeTopacceaHUuA

O

Ilponenypa 3aganus reoMmeTpun
obnactu OKCIIEpUMEeHTa U JYacTHIl

Ouncrra

I TeOMeTpUH

Pacnonosxenne neroyHnKoB
U3JIydeHusd, 3a/laHue ?
MaTepHanoB 00bEKTOB
| CoxpaHeHHe JaHHBIX

Tenepauus ceTxu Nogen = Nogen + 1
[ i

IIponeaypa pacdera
HHTEHCUBHOCTH HU3JIyYeHUA
B TOYKaxX CEeTKH

Nla

Her

Ilocrpoenue rpadukos
CPeIHUX 3HAYEHHH
HUHIUKATPUCHI pacCeaHUsd

Puc. 1. Biok-cxema anropurmMa MoCTPOEHUS MO

Fig. 1. The block diagram of the algorithm of model forma-
tion

Multiphysics (Brmrouas momonuenue Electromagne-
tic Waves, Frequency Domain).

J 1 HaXOKIEeHUA PelIeHUs IeKTPOMAaTHUTHBIX
IOl BHYTPHU MOMEIHPYEMOH O00JacTh IIPUHAIN
CeAyIOHe AOMyIIeHna: 1) Moad UMeT TapMOHH-
YeCKyI0 3aBHCHMOCTD OT BPEMEHHU C U3BECTHOH YIJIO-
BOM 94acToToi w = 2r7f; 2) cBOICcTBA MaTepuaia Jiu-
HEWHBI OTHOCUTEIBHO HATIPIKEHHOCTH oA, Torma
cucTeMa OCHOBHBIX ypaBHeHu# MakcBesnna B Tpex
M3MEPEeHHUAX CBOIUTCA K BHIPAKEHUIO

2 .
Vx VB -2 e, -2 |E =0,
CO (1)80

rae V — omepaTop JUBEPreHInH (II0TOKA); [, — OT-
HOCHUTEeJIbHAS MAarHuTHAs IIPOHHUIAeMoCTh; K — Ha-
IPAKEHHOCTb DIEKTPUYECKOTO IIOJIA; €. — OTHOCH-
TelbHAsA JUSJIEKTPUYECKasd MPOHUIAEMOCTb; O —
3JIEKTPOIPOBOIHOCTD; C; — CKOPOCTh CBETA B BAKYy-
Me; g, — BJIEKTpUYecKasd MOCTOIHHAA; | — MHUMAaA
eIUHUIIA.

Puc. 2. Cxema MogenupoBaHus

Fig. 2. Modeling diagram

Pemenve mpuBemeHHOr0 ypaBHEHHS HAXOIUIN
OTHOCHUTEILHO BEKTOPa HAIPKEHHOCTH dJIeKTPHIIe-
cxoro mosg E = E(x, y, z) Bo Bceii 06;1acTH MOJIEIH-
posanus (K — Bekrop ¢ komnonenTamu K = (E,, E,,
E.)). Bce ocranbHble (pusmUecKrie BeNWMYUHBI (Mar-
HHUTHBIE I10JIsI, TOKH, [IOTOK SHEPTUU) IIOJydaIu KaK
ee TIPOU3BOIHbIE.

JIlnsa aBTOMATH3AIUN DKCIIEPUMEHTA WCIIOIb30-
BaTH paspabOTaHHYIO MOANPOTPAMMY HA S3BIKe
Java ¢ 6ubauoTeYHbIMH (IIOCTABAAEMBIMA B KOM-
wrexkre ¢ COMSOL Multiphysics) API-dgyuriusamu.

[Mpunsanu cremymolre HAYATbHBIE YCAOBHUS: pa-
nuyc cepudecKod YacTHUIlhI UCTHILIAPOBAHHOMN
BOABI — 1 MKM; [JIMHA BOJIHBI HAJAIOIIEr0 OITHIe-
croro uziaydenusa — 0,6328 MKM; okpy:kaioias dac-
THITY cpefa — Bo3ayx. Cxema MomeaupoBaHus MMpu-
BezieHa Ha puc. 2 (I — okpy:KaroIasa cpena, 2 — uc-
TOYHHUEK OIITHYECKOTO H3IydeHus, 3 — chepuueckas
4acTuna).

Ilanee 3amaBaiy OCHOBHBIE XapPaKTEPUCTUKU
MaTepuaaoB (BO3[yxXa W BOJIBI), BKJIIOYAS OTHOCHU-
TEeIbHBIA TOKA3aTeIb IPEJIOMJIeHUs, IUu(pPaKIH-
OHHBIN mapamerp W ap. Ilocne cosmaHus reomer-
puu, HA3HAYEHUS MATEPUAJIOB M HACTPOMKU (hU3U-
YECKOH MOJEIH OINPEeIsain TPAHUIILI SKCIIEPUMEH-
TaJbHOU 00/IacTH. 3areM OCYIIECTBIISINA IOCTPOe-
HHE CeTKH JJIf TeOMETPHUYECKHX OOBEKTOB (Tueika
ceTKHu ObLIa HAMHOTO MEHbIIe (KaK MUHHMYM, B de-
ThIpe Pasa) MJIWHBI BOJHBI). OTO HEOOXOMMMO IJIf
3aJaHuA TOYEK, B KOTOPBIX OyIeT peraTbes BOIHO-
BOE ypaBHEHUE.

Oo6cy:xkaenne pe3yabTaToB

Ha puc. 3 npuseqen pesynbTar CUMYJIAIAN TIPO-
Iecca paccesHUs U3JIYYeHHUs B HCCIeAyeMOM IIpo-
CTPAHCTBE B CIIy4ae OJHOM YACTUIIbI U UX TPYIIIbI
(cuHHE TOHA — WHTEHCHUBHOCTDH IPAKTUYECKHU HyJIe-
Bag, KpacHble — HHTEHCHBHOCTh MAKCHUMAJHHA).
OTYeTINBO TPOCIEKUBAIOTCI O0JIACTH JIOKATBLHOTO
MaKCHMyMa W MUHHUMyMa HHTEHCHUBHOCTH B ILJIOC-
KOCTH PacIpoCTPaHEHU.
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Puc. 3. Pesynbrar cuMmyssinuu mporiecca paccessHus I OHOM YACTHUIbI (@) ¥ UX TPYIIIbI (6)

Fig. 3. The simulation results of light scattering for a single particle (a) and group of particles (b)
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Puc. 4. 3aBucuMOCTH MHTEHCUBHOCTH M3JIYYEHU OT JITUHBI OKPYKHOCTH U YIJIa PACCETHUSA B IE€KAPTOBBIX U MOJISIPHBIX KOOP/IH-
HaTax [JIs OJHOM YaCTHUIHI (@, 6) U UX TPYIIILI (8, 2) COOTBETCTBEHHO

Fig. 4. Dependences of the radiation intensity on the circumference and scattering angle in Cartesian and polar coordinates
for a single particle (a, b) and group of particles (c, d), respectively

3aBHUCUMOCTH HWHTEHCHBHOCTH W3IYyYEHUS OT IUKATPHUCHI PACCEIHUS) B JEKAPTOBBIX U MOJIAPHBIX
ITUHBI OKPY’KHOCTH (ee pafilyc HECKOIbKO MEHbIIIe
paguyca OKpY:KHOCTH, OTPAHMYMBAIOIIEH 001acTh
MIPOBEIEHUS YKCIEPUMEHTA) U yIja pacceaHus (uH- OTBETCTBEHHO IIPE[CTABJIEHBI HA PHUC. 4.

KoopauHaTax IJisd OI[HOfI YaCTHUIIbl 1 UX I'PYIINBI CO-
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Puc. 5. Ilpumep rerepaiuu Ipou3BOJIBHON F€OMETPHH dac-
THI] C IOMOIIIHIO ITOAIIPOrPAMMBI

Fig. 5. An example of generating an arbitrary geometry of
particles using a subprogram

Bunno, uTo m0KaIbHBIE MAKCUMYMBbI WHTEHCHB-
HOCTH PACIOJIOKEHBI KAaK 110 OIITHYECKOH OCH, TaK U
B 15° ot Hee. [Ipuduem B caydae OJHOM YaCTHUITHI MH-
TEHCUBHOCTh M3aydeHus Ha 360° Hmke, uem Ha 15.
OtMeTuM, YTO U3IyYEHUE, PACCETHHOE YaCTHUIIAMU,
PACIIONIOKEHHBIMHU O/IVMKe K WMCTOYHHUKY, MOMamaeT
Ha JpyTHe YacTUIhl He MapajlelbHO ONTHIECKOH
ocu. Cremyer TakKe YYHUTHIBATH, YTO MAKCHMYM
WHTEHCUBHOCTH OK0JI0 180° co3gaeTca MCTOYHUKOM
W3IyIEeHUA.

Jna ananmsa 00X CBOKMCTB JHCIEPCHOH cpe-
IIbI TIPH MHOKECTBEHHOM PACCeTHUU B MOJEJNH C II0-
MOII[bI0 TIOATPOrPaMMbl (A3bIK Java) BapbHUPOBAIN
pasMepsI YacTuil 1 ux pacmoiaoxkenne. OcHoBHAA 3a-
JIadya TOAIPOTPAMMBI — CO3[JaHHEe MIPOU3BOTIHLHOM
TeOMEeTPHH HCCIIeLyeMOU CpeIbl 110 3afaHHbIM Iapa-
merpam. [Ipumep Takoi remepamuy IIPOU3BOJILHOM
reoMeTPHUH YaCTHUI[ puBeieH Ha puc. 5 (h, d — BBI-
COTa U MIUPUHA YACTHIIHI).

OrMeTuM, 9YTO MHOTOKPATHAS CUMYJISAIIAS IIPO-
XOKIEHUS ONTHYECKOTO H3JIyYEeHUsS CKBO3b [HC-
IIEPCHYIO Cpeay TO03BOJIAET IIPY IMOMOIIU aHATHu3a U
yCpeIHeHUs MOJIYYeHHbIX HHIUKATPHUC PACCETHUS
IPYIIOH YACTHI[ CO3[aBaTh TAKyH KOHCTPYKIIHIO
doTomaTuynKoB, KoTopas OyaeT COOTBETCTBOBATH IT0-
CTaBJIEHHBIM 33/1a4aM U3MEpPeHU.

3axJaroueHue

Takum 06pasoM, IIPOBEIEHHOE KOMIIBIOTEPHOE
MOJIeTUPOBaHUE PaCCeIHUA OITUYECKOT0 H3Iyde-
HUSA TI0KA3aJ10, YTO UCIOIb3YEMBIA METO]] KOHEYHBIX
9JIEMEHTOB aJleKBaTeH IIOCTABIEHHOM 3aa4e, JOCTa-
TOYHO TOYEH W 00/IaaeT IMIUPOKHUMH HEePCIEKTHUBA-
MH MOJEepHU3aIlMu M aBroMmarms3anuu. Ha ocHoBe

ITOCTPOEHHOH MOIeNIu paspaboraHa IOAMpOrpamMmma,
MTO3BOJIAIONIAS aBTOMATHU3UPOBATh BUPTYAJIbHBIH
9KCIIEPUMEHT, CO3[[aBaTh CIIyYalHOe PACIIOIOKEHNE
YACTHUI[ U BAPHHUPOBATH UX T'€OMETPUUECKYIO (popMy
¥ pasMepsl B 3aaHHbIX npeaenax. CUMyIsaius mpo-
XOKIEHUS OIITHUECKOTO M3IyJeHUs CKBO3b JIUCIIEPC-
HyI0 Cpedy MO03BOJdET IIPU IIOMOIIY aHAIUu3a UHIU-
KaTPHC PacCesHUs HCIOIb30BATh IIOJIyUeHHbIe JaH-
HbIe I IPOeKTUPOBAHUSI HEOOXOTUMON KOHCTPYK-
UK JIeTeKTopoB ((POTOHATYHMKOB) W OIIPEIe/IeHUs
MHHUMAJIBHOTO KOJHUYeCcTBA (POTONPHUEMHBIX YCT-
POMCTB MIPH HM3MEPEHHHU IIapaMeTPOB HCCIELyeMOM
cpensl [14, 16].
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IJIERTPOMATHUTHBIE U MATHUTHBIE METO/1bI
HEPA3SPYIIAIOIIEI'O ROHTPOJIA OJISI KOHTPOJIA
HAROIIJIEHUA ITIOBPER/IEHHOCTH B KOHCTPYRIITMOHHBIX
CTAJIAAX U CIIJTABAX (OB30OP)
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Kourpons HampsxeHHO-Ie)OPMUPOBAHHOTO COCTOSHUSA, [EHCTBYIOIINX HAMPIKEHIH, HAKOII-
JIEHHOH YCTAJIOCTHOH IOBPEKIEHHOCTH — OJHA W3 3a1a4 HepaspyIIaiInero KOHTpoid. B nan-
HOM 0030pe PacCMOTPEHBI COBPEMEHHBIe MCCIIENOBAHUS B O0IACTH BHXPETOKOBOIO W BIIEKTPO-
MATHUTHOTO METOJIOB, HAIIPABJIEHHBIE HA PEIlIeHNe 3a]a4l KOHTPOJIA HAKOIUIEHHOHN TTOBPEKIeH-
HOCTH B KOHCTPYKI[HOHHBIX CTAJIX U cruiaBax. OTMedeHb! paspaboTKy i IPAKTHIECKON pea-
JIU3AIAN METOA KOIPIIUTUBHOM CHJIBI, BUXPETOKOBOM CTPYKTYPOCKOITNY HEMATHUTHBIX MATEPHU-
aJI0B, METO/IA BBICIIAX TAPMOHUE, METO/IA KOHTPOJIS II0 OCTATOYHON HAMATHHIEHHOCTH, METONA
MarHUTHBIX IIyMOB (urymoB Bapkraysena). Paccmorpens! dusuueckie 0OCHOBBI METOIOB HEPA3-
PYIIAIOIIET0 KOHTPOJIA, TPOBEIEH UX KPATKHI CPABHUTEILHBIN aHAIUS. | [pUBeIeHbI IpuMephbl
KOHTPOJISI U3/I€TUH OTBETCTBEHHOTO HA3HAYEHUS, TAKUX KAK JIEHUCTBYIOIIIE HedyTe- U Ta30IPOBO-
JIbI, ABUAIIMOHHBIE IETAJIN, JeTATH HOJIINITHUKOB, COCY/IbI II0]] AABIEHHEM, IeTAIA KPAHOBOTO
xo3sticTBa U ap. MccnenoBana BO3SMOKHOCTD IPHMEHEHS BUXPETOKOBOTO METO/A [I KOHTPOJIS
aycTeHUTHON (hasbl XOMIOJHOKATAHBIX aycreHuTHBIX crajeii (AISI 304, AISI 321, AISI 316).
ITokazaHbl IPUMEPHI CTATUYIECKUX M YCTAIOCTHBIX UCITBITAHMA 00PA3I0B U3 PA3IMYHBIX CTAJIEH
u cmrasoB: Cr3, Cr20, Cr45, 116 T, AMr6, AMr6H, 12X18H9T, 08X18H9, 40X, P91. Pac-
CMOTPEHBI BOIIPOCHI METPOJIOTHH, OTMEYEHbI MEIIAIINe MapaMeTphl, BIUAIIHe HA TOrPell-
HOCTb usMepenwus. [ psaa MEeTOIOB MPOJeMOHCTPHUPOBAHBI ITPAMEPHI UCIIOIB3YEMOM aTlapa-
Typel. CesaHbl BRIBOALI O TPAHWIIAX MPUMEHUMOCTH YKA3aHHBIX METOMOB U CYIIECTBYIOIIUX
orpaHuueHusX. B 0030pHO#L cTaThe IPUBEIEHBI CCHUIKY KaK HA OCHOBOIIOJIATAOIIKE TPYABI B 00-
JIACTH HIIEKTPOMATHUTHOM CTPYKTYPOCKOIIMH, TAK U HA COBPEMEHHbBIE WCCIENOBAHUS B JAHHOM
o0sIacTy, UMeoIIye 3HaYeHNe JIJIsl IPAKTHIECKOr0 BHEAPEHUs IIPUO0POB, OCHOBAHHBIX HA JJIEK-
TPOMATHUTHOM ¥ MAarHATHOM METOJIaX HepaspyIIaoIero KOHTPOJIA.

KaroueBsIe ciroBa: HANPSKEHHO-1€(POPMUPOBAHHOE COCTOSHIE; IUIACTHIHOCTD; Pa3pyIIeHNUE;
HaKOIIEHHe ITOBPEKJEHNI; MAJIOIIUKIOBAA yCTAJIOCTh; AOJITOBEYHOCTH; Pecypc; HepaspyIla-
IOIUIH KOHTPOJIB; 3JIeKTPOMATHUTHBIN KOHTPO/Ib; MATHUTHBIA KOHTPOJIb.

ELECTROMAGNETIC AND MAGNETIC METHODS OF NON-DESTRUCTIVE
TESTING FOR CONTROL OF DAMAGE ACCUMULATION
IN STRUCTURAL STEELS AND ALLOYS (REVIEW)
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Control of the stress-strain state, compressive and tension stresses, accumulated fatigue damage is one of
the goals of non-destructive testing. We consider data of current research in the field of eddy current and
electromagnetic methods of non-destructive testing aimed at solving the problem of monitoring the accu-
mulated damage in structural steels and alloys. Developments for practical implementation of the coercive
force method, the eddy current structurescopy of non-magnetic materials, the method of higher harmon-
ics and remanence-based control, the method of magnetic noise (Barkhausen noise) are considered.
The physical foundations of non-destructive testing methods are considered along with their brief compar-
ative analysis. Examples of non-destructive testing of critical units, such as operating oil and gas pipelines,
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aircraft parts, bearing parts, pressure vessels, crane parts, etc. are given. The possibility of using the eddy
current method for control of the austenitic phase of cold rolled austenitic steels (AISI 304, AISI 321, AISI
316) is analyzed. The examples of static and fatigue tests of the samples of various steels and alloys are
given: St3, St20, St45, D16T, AMg6, AMg6N, 12Kh18N9T, 08Kh18N9, 40Kh, R91. Metrology issues and
the impact of interfering parameters affecting the measurement error are considered. The equipment
used for a number of methods is discussed. Conclusions regarding the limits of applicability and limita-
tions of the considered methods are drawn. The review provides links to both the fundamental works in
the field of electromagnetic structurescopy and to modern research in this area which is important for the
practical implementation of the devices based on electromagnetic and magnetic methods of non-destruc-

tive testing.

Keywords: stress-strain state; ductility; fracture; damage accumulation; low-cycle fatigue; durability; re-
source; non-destructive testing; electromagnetic control; magnetic control.

BBenenue

IJIEeKTPOMATHUTHAA CTPYKTYPOCKOIIHS [T03BOJIS-
eT KOHTPOJIUPOBATh KAa4eCTBO CTPYKTYPhI U aHAJIU-
3MPOBATh COCTAB IIPOBOAAIIUX TOK MATEpPHUAJIOB C
IIOMOIIIBI0 BUXPETOKOBOTO METO/Ia, METO/Ia BBHICIINX
rapmouuk (MBI'), merona mymos Bapkraysena, me-
TOA HEJIWHEWHBIX NCKAKEHUH, METOAa KOIPITUTUB-
HOH CHJIBI U PYTUX METOJ0B, CBA3aHHBIX C BO3MEH-
CTBHEM Ha KOHTPOJIHUPYEMBIH OOBEKT MepeMeHHBIX
(uHOTA B KOMOWHAIIUM C TIOCTOSHHBIMH) 3JIEKTPO-
MaTHUTHBIX TI0JIeH. B03MOKHOCTH 3JI€KTPOMAarHUT-
HBIX METOJ0B OIPENEeIAI0TCA HATUINEM CBSI3H MEK-
Iy CTPYKTYPHBIM COCTOSHHEM, MEXaHWYEeCKUMU
CBOMICTBaMU MaTepHUaiia, a TAKKE ero 3JIeKTPUIECKH-
MM ¥ MATHUTHBIMHM XapaKTePUCTHKAMU: BJIEKTPO-
IIPOBOJHOCTHIO, MATHUTHOU IIPOHUIIAEMOCTHIO, KO9P-
IUTUBHOU CUJIOHN U Jp.

IlomMmMo TakmxX KIacCHYECKUX 3aqad DIIEKTPO-
MaTrHUTHOM CTPYKTYPOCKOIIMM, KakK OIpeaeIeHue
CTETIeHN XUMHYECKOH YHCTOTHI MATEPUAJIOB U CILIA-
BOB, COPTHPOBKA II0 XHUMHUYECKOMY COCTaBY, KOH-
TPOJIb HAPYIIIEHUA PEKUMOB TEPMO0OOPaOOTKH, KOH-
TPOIb 00e3yIJIepoKUBAHUA, TaKKe MOKHO BbIe-
JIUTH KOHTPOJIb HAKOIIEHHOH ITOBPEKIEHHOCTH, BbI-
sBJIEHHE YIACTKOB BO3MOIKHBIX OYIYIIHX paspylie-
HUU, OIpelleJIeHNe OCTABIIIETOCS 3amaca IIPOYHOCTH
u pecypca aeranu. CyiiecTByer paa pyHIaMeHTaIb-
HBIX TPYJIOB II0 3JEKTPOMATHUTHOM M MAarHUTHOU
CcTpyKTypockonuu [1 — 5], omHAKO KOHTPOJb HAIPA-
serHo-mepopmupoBannoro cocroguua (HIC) B
IOJLKHOM Mepe B HUX He OCBdIlleH. BhI3bIBaeT Takxe
WHTepec OfHA U3 HEeMHOTOUMCIEHHBIX IMIyOIUKaIni
[6], mocBAIIEHHAA METOAY BBICIINX TapMOHUK
(MBD).

B pabore [7] mpuBemeHbl pesyabTaThl HCCIIE-
ITOBAHUHM MeXaHMYEeCKHX CBOMCTB CTAJIeH M CILJIaBOB
C WCIIOJIB30BAHWMEM PAa3IUYHBIX METOAOB Hepaspy-
LIAOMIET0 KOHTPOJIA — AaKyCTUIEeCKOH SMUCCHUH,
MarHUTHOU HaMATH MeTajia, BUXPETOKOBOTO Me-
TOZa, MeToia KoapruTuBHOM cuibl. [IpoBemena xa-
YeCTBEHHAA U KOJIWYIECTBEHHASA OIlEHKA Pe3yJb-
TaTOB, MOJIYYEHHBIX PA3TUIHBIMA METOJAMHU Ha O]
HHX U TeXx :Ke oOpasmax us crajgu 20, cramu 45 u
12X18H9T B pesynbraTe CTATHUECKOTO PACTIKEHUS

¥ yCTAJIOCTHBIX HCHBbITaHuU. M3ydyeHa craguiiHOCTD
Ipoliecca paspyIieHus.

HlauubIi 0630p ABISETCA MIPOIOLKEHHEM HCCIIe-
IOBAHUU B 00JIACTH KOHTPOJIA ITOBPEKIEHHOCTH Ma-
Tepuajga U BBIIIO/JITHEH B IIeJ/IdX pacCIIupPeHusd Juaria-
30HA NPUMEHAEMBIX METOJOB Hepa3pyLIAIero
KOHTpoIA. PaccMoTpeHo Tekylilee COCTOAHUE HCCIIe-
JIOBaHWI B IepcruekTuBHOM obactu kouTposs HIC
U IIPOTHO3UPOBAHUSA OCTATOYHOTO pecypca Ha OCHO-
Be aHanusa (PyHIAMEHTATLHBIX IIyOJUKALNH, HH-
IIUKJIONIETNUH, CIIPABOYHUKOB, MATEPHUAIOB POCCHM-
CKHUX M MEKIyHAPOAHBIX KOH(pEPEHIIHI 110 Hepaspy-
HIAONIEMY KOHTPOJIO U TEXHUYECKOH JUATHOCTUKE.

MeTO,Z[ BBICIIIUX TAapMOHHK

Meron Beicmiux rapmonnk (MBIY) Tpagumuonto
MPUMEHSIOT [JIi KOHTPOJA CTPYKTYPHI dheppomar-
HUTHBIX u3fienuit. B oTnmdne oT MeTosa BUXPEBBIX
TOKOB B 3TOM METOfe, [IOMHUMO IIePBON TapMOHUKH
propuunoit JJ[C (uau BMecTe c Hei), UCIONB3YIOT
BBICIIIE TAapMOHWKH, KOTOpbIe 0OOjiee TECHO, YeM
mepBas, CBA3aHBI C YYBCTBUTEIBHBIMU K CTPYKType
mapamerpamu. TpeTbs rapMOHUKA MeHee, YeM Iep-
Bafd, MOJBEP/KeHA BIUAHUIO U3MEHEHUS MATHUTHOTO
IIOTOKA B 3a30pe MeXKy 00HEeKTOM KOHTPOJIS U U3Me-
pUTenbHOH 00MOTKOH. MeTox BBICIINX TapMOHUK
[IUPOKO MPUMEHSIOT [ KOHTPOJIA CTPYKTYPHI Ta-
KuX (peppOMArHuTHHIX MATEPUATIOB, KAK CTAJIh U 4y-
ryn. Ctpykrypa (heppoMarHeTvKa TECHO CBI3aHA C
€ro MPOYHOCTHBIMU XAPAKTEPUCTUKAMU: YCTAIOCT-
HOH TOBPEKIEHHOCTHIO, OCTATOYHBIMUA U YIPYTUMHU
HATIPAKEHUAMH, IPEeIOM IPOIHOCTH U T.JI.

B nocnemgaue rogpr He wacTo BCTpedanTcA Iy6-
JIUKAIUW, IIOCBAIIEHHBIE 3TOMYy METOAYy Hepas-
pyuiatomero koutpossa [8, 9]. B MBI uare Bcero
KCIIOIB3YIOT IIPOXOJHbIE IPeo0pa3oBaTeNn, OIKCa-
HHe HaKIaJIHBbIX IpeobpasoBaresieil Iiaf KOHTPOJI
CTPYKTYPBI METOZOM BBICIINX TAPMOHHUK BCTPEYAET-
cs1 ouenb penko. [losToMy BBIBBIBAET HMHTEpEC pa-
6ora [10], B KOTOpPOI WB3JIOMKEHBLI PE3yJIbTAThI HU3Y-
YEeHUA BIUAHUA YCTAIOCTHON TOBPEKIEHHOCTH IO
HIUITHUKOB HA AaMIUIATYAYy BBICIINX TapMOHUK
BBIXOJIHOTO CHTHA/Ia HAKIAAHOTO IIpeobpasoBaTess
C pasmeneHHBIMH MarHuTonpoBomamu. l[lokasamo,
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YTO IO aMILIUTYJe CeIbMON TapMOHHUKU MOKHO CY-
IATh O Pa3BUTHU CyOMHUKPOTPEIIHH 0 pasMepoB
MUKPOTPEIHWH, YTO TMO3BOJIKJIO CO3[aTh MIPUOOD,
YCTAHABIUBAIOIINN pecypc paboThl MOIIIAITHUKOB.
Ha rtexymuii MOMEHT €TUHCTBEHHBIM CEPUHMHO BbI-
myckaeMbiM B P® cTpyKTypOCKOIOM, OCHOBAHHBIM
Ha MeTOJle BBICIINX TapMOHUK, SIBIAETCA BUXPETO-
KOBBIH crpykKTypockon BC3010, mpomsBoguMbIii
rommanuesr 000 «AKA-KOHTPOIIB».

BuxpeToxoBas CTPYKTYPOCKOIIHS
HEMarHuTHBIX MaTepHaJIOB

BuxpeTokoBy CTPYKTYpPOCKOIIMIO HEMATHUT-
HBIX METAJIJIOB U CILUIABOB Yallle BCEro HCIIOIb3YIOT
IUIS COPTUPOBKH CILUIABOB 110 MapKaM, KOHTPOJISA pe-
JKUMOB TEPMOYIIPOYHEHUs, OOHAPY:KEeHUA JIOKaJb-
HBIX aHOMAJIbHBIX YYaCTKOB, UMEIOIIUX OTKIOHEHHE
OT 3HAYEeHHUs YIEIbHOU SJIEKTPHYECKOH IIPOBOIH-
MOCTH, BBI3BAHHOE ITPOU3BOICTBEHHBIM OPAKOM KN
SKCILUIyaTAllHOHHBIMU BO3IEHCTBUIMH.

PaspaboTkoii BHXpPETOKOBOTO MeTOfa KOHTPO-
JId MEXAaHWUYECKUX XapaKTEPUCTHK AaJIOMUHHEBBIX
CIJIABOB HA4Ya Il 3aHHUMATHCI JOCTATOYHO JIaBHO.
OcHoBHBIE pPabOTHI TPOBOAUIN BO BcecoiosHoMm
WHCTUTYTE aBHANMOHHBIX Marepuano (BUAM) u
Bceecorosuom wmucTHTyTE nerkux cmiasoB (BUJIC).
B nacrosiee Bpems sty pabory npogoikaoT B SAO
«HUHUHWH MHIIO «CIIEKTP», u cBa3ana oHa c 1o-
CTPOEHHEM YKA3aHHBIX 3aBHCHMOCTEH [JIsI HOBBIX
CILJIABOB ¥ 0Jy(habpuKaToB U3 HUX. B mepByio oue-
peIb 5TO AKTyaJbHO IJI BHICOKOIIPOYHBIX I'PAHYJIH-
PyeMbIX CILIaBOB, a Tak:xe ciiaBos ¢ Li u Sc.

s GONBITMHCTBA TPATUIIMOHHBIX AJIOMUHHE-
BBIX CIUIABOB IOJIyY€HBI KOPPEISAIIHOHHBIE 3aBUCH-
MOCTH Tpefiefia TPOYHOCTH, IMpefesia TeKydeCTH U
OTHOCUTEIBLHOTO Y[JIWHEHUS OT YAENbHOH dJeK-
Tpudeckoit mpoBogumoctu [11]. Takum o6Gpasom,
HCIIOIB3YS II0JIS KOPPEJSITHOHHBIX 3aBUCUMOCTEH
I71 BEIOPAHHBIX CIUIABOB U MOIy(abpHUKATOB, IIOCIIEe
W3MEpPEeHUA VIEIbHOH 3JIEeKTPUYECKOH IIPOBOJIH-
MOCTH MOKHO OIIPEIENHUTD C JOCTATOIHOM [IJIs IIPAK-
THKH TOYHOCTHI) MEXaHWYECKHE XapaKTePHUCTUKU
usnenud. cemeqoBanusa mokasany, 9T0 U3JeIusd U3
OJTHOTO U TOTO K€ CIIJIaBa C Pa3HOU y/IeIbHOM BJIEK-
TPHYECKOH ITPOBOIUMOCTBIO 00Ia1ai0T pasHOH Ma-
smonmkinoBoi ycramocreio (MILY). Ha ocumoBanum
TIOJIyYEHHBIX JAHHBIX MOJKHO CHENIaTh BBIBOM, UTO
YyeM MeHbIlle YJAeNbHasd 3JeKTpUYecKad IIPOBOJIH-
MOCTB U BBIIIIe CTATHYECKAS IIPOYHOCTh U3IEIU U3
OTHOTO W TOTO :Ke CILIaBa, TeM [OJIbIIIe OHO Oymaer
paboTaTth B YCIOBHUAX IMKINIECKUX HATPy30K. 1lo
3HAYEHUAM YIEIbHOU 3JIEKTPUIECKOH IIPOBOMIH-
MOCTH HE TOJBKO OIIPENEJAIT MeXaHWJecKHe Xa-
PAKTEePUCTUKYN U3EIHI, HO U IIPOTHO3UPYIOT COIPO-
TUBJIEHUE PA3PYIIEHUI0 IPU YCTAIOCTH.

B pa6ore [12] mpexmcraBieHbI maHHBbIE H3Me-
PeHHuA YAENbHON 3IIEKTPOIPOBOJHOCTH B 3aBHCH-

MOCTH OT JedopMaIrini, HAKaIJInBaeMol B obpasiax
u3 cmwiaBa AMr6 mpu KpaTKOBpEMEHHOM PacTs-
skeHun 1o nporpamme de/dt = const u mocme mu-
TEJIbHBIX UCHBITAHUHN Ha MOJ3y4ecTh. Yuyenble 3A0O
«HUWUHWH MHIIO «CITEKTP» coBmecTHO ¢ Kome-
ramu AO «[JHWHWmam» mpoBoguau HAYIHO-HUCCIIE-
OBATEIbCKUE PAO0THI B IENAX ONpPENeIeHUd aHu-
30TPONIMH MEXaHWYECKHX CBOMCTB ATIOMHHUEBBIX
craBoB. [lomyuennble qaHHble He IyOIHKOBAINCH
B BUMY «3aKPBITOM» CHENM(PUKH KOHTPOIHUPYEMBIX
usnenui. a4 KOHTPOJIA aHU30TPOIHHU YIEIbHOU
9IIEKTPUYIECKOH TIPOBOIUMOCTH HCIOIH30BAIM Ha-
KJIaiHbIe BUXPETOKOBRIe mpeobpasosarenu (BTII) c
HECUMMEeTPHYIHON pOpMOii 0OMOTOK, MMEIOIIUX 3Ha-
YUTETHHO OTINYAIONIYIOCA MPOTAKEHHOCTh 0 OCAM
B IUIOCKOCTH, MapajliebHOH MOBEPXHOCTH 00BEKTa
KOHTPOJIsA. Bpamiag HarmamgHod mpeobpaszoBaTeib
BOKPYT €r0 BEPTUKAIHHON OCH, (DHKCHPOBAIN MakK-
CUMaJIbHOE U MHWHUMAIbHOE 3HAYEHUA YIEIbHOU
9IEKTPUYIECKOM TTPOBOAUMOCTH M JIeNald BBIBOJ O
HAIIPaBJIEHWUH, BIOJIb KOTOPOTO MaTepHUas HUCIIBITHI-
BaJl MaKCUMAabHYIO medopmanuio. B pesyiabrare
HUOKP 6bur cosmadH w3MepUTeNb AHWU30TPOIUU
VIEIbHOU 3JIEKTPUIECKOl mpoBogumoct BAD-10H.

B pa6orax [13,14] mnpuBereHa MeTOIOJIOTHS
OIIEHKH HAKOIUIEHHOW ITOBPEKIEHHOCTH B aycre-
HUTHOM CTaJIW, BHI3BBAHHOU ITUKJINIECKUMHU HATpPy3-
ramu. HccaenoBaHusa IPOBOJUIN BUXPETOKOBBIM U
yAbTPasByKoOBbIM Meromamu. [lonxyuenubre maHHbIE
MOKa3ajIH, YTO IUKINIeCKas HArpy3Ka IMPUBOIUT K
yBeJIMYeHU0 00beMa MapTEeHCUTHOH (pashbl, TEM ca-
MBIM YCHJIUBAA IJIACTUYECKYIO 1e(DOPMAIIHIO, U, KAK
CIIe[ICTBUE, TPUBOAUT K YBEIUUYEHHIO IIOBPEKIECH-
HOCTH B ayCTEHUTHOU (pase, mMeromei Oojiee HuU3-
Kyl TPOYHOCTh U IKEeCTKOoCTb. llpuBemeHnr pe-
3yJAbTaThl  DKCIIEPUMEHTATIbHBIX  HCCIEJOBAHUU,
MPOBe/ieHa CPAaBHUTENbHAS OLIEHKA TAHHBIX, IIOJY-
YEeHHBIX Pa3HbBIMH METOJaMH HepaspyIIaIlero
KOHTPOJA. B sKcmepumenTe HCIOab30BaIH (DeppH-
tomerp UMII-2M, oTkanubpoBaHHBIA HA 00pasIle C
M3BECTHBIM 3HAYEHNEM (DEPPUTHOH (hassbl.

B pabore [15] paccmoTpeHa BO3MOKHOCTH BUX-
PETOKOBOTO HepaspyIIaloIero KOHTPOJSA CBOIHCTB
XOJIOAHOKATAHbIX aycTeHuTHBIX cranen (AISI 304,
AISI 321, AISI 316). PaccmoTpeHo BIHSIHHE PEIKU-
MOB MIPOKATKH Ha 00beM aycTeHUTHOH hasbl. Mame-
pena ¢asza saocumoro nanpsuxkenus BTII na ob6pas-
11e JI0 ¥ II0CJIe TTPOKATKU. ¥ CTAHOBJIEHA B3AUMOCB3b
MEKIy M3MeHeHueM (Pashbl BHOCHMOTO HAPSIKEHHUS
BTII u o6beMoM ayCcTEHUTHOM (Da3HI.

Metox marHuTHBEIX HrymMmoB Bapkraysena

Ilpy HamMarHvYuBaHWM W IMepPeMarHWYUBAHUHA
(heppOMArHUTHBIX MAaTEPUAIOB HAMATHUYEHHOCTD
npeacraBiafier co0oi HA60p OHCKPETHBIX H3Me-
Henuii. CyTb a(ppeKkTa cOCTOUT B IIEpPEeMEIeHIH CTe-
HOK MATHUTHBIX JOMEHOB IIPM MOHOTOHHOM M He-
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IIPEePBIBHOM BHEIITHEM BO3IEHCTBUH, TAKOM KakK U3-
MeHeHWe YIPYTUX HAIPSKEeHUH, TeMIepaTyphbl Win
HAPAKEHHOCTH MATHUTHOTO TIOJIA.

Hluama3on 4YacToT DHEPreTHYECKOTO CIIEKTPa
myMoB bBapkrayseHa orpaHWdYeH CHH3Y 4YaCTOTOU
BHEIITHETO HAMATHUYMBAIOIIETO IIOJA U Yalle BCero
He mpesbimaer 0,5 MI'm gns GombIiMHCTBA KOH-
CTPYKIIMOHHBIX MAaTEPHAJIOB. JKCIOHEHIIHAIbHOE
3aTyxaHue IIyMa MPOUCXOIAUT IPHU YAAJIEHUH OT II0-
BepxHOCTH Marepuana. Ha 3aryxaHue BIHAIOT Ta-
KHe mapaMeTphbl, KAk 3JeKTPOIPOBOIHOCTh M Mar-
HHUTHASA POHUIIAEMOCTh KOHTPOJUPYEMOTO MaTe-
puana, a TakKe YaCTOTHBIM [UAIla30H BHEIITHETO Ha-
MarHUYMBaIIIero mond. MHTeHCUBHOCTH IIIyMOB
Bapxkraysena 3aBuCHT OT IPUIOKEHHOTO YCHIIUA U
MHKPOCTPYKTYPBLI Marepuaja. [ JybuHAa KOHTPOJIH-
pyeMoro ciod He HPEBBIINIAeT HECKOIbKUX MUJLIH-
MeTpoB. ToYHOCTH OIIpEeeIeHn OJHO- U ABYXOCHBIX
MMOBEPXHOCTHBIX HAIIP:KEHUH 3aBHUCUAT OT COOTBET-
CTBUSI MUKPOCTPYKTYP KaTHOPOBOYHOTO M HCIBITY-
eMBbIX 00pasIloB.

Hepmocrator Meroga — 3aBHCHMOCTH OT Kade-
CTBa MOATOTOBKM moBepxHOCTH. OTMeuerno [16, 17]
3HAYUTEIbHOE BIWAHHUE IIOBEPXHOCTHO-ILIACTUYE-
CKOro meopMHUpOBaHUA Ha IIyMbl bBapirrayseHa.
IIpoBenentbie SKCIIEPUMEHTHI TIOKA3AJIH, YTO YBe-
nuuenne HanpsikeHuid mo 400 MIIa mpuBomur K
pOoCTy BBIXOJHOTO cWTHajna B 1,6 pasa, oJHaKo Ipu-
CyTCTBHE HA TOBEPXHOCTH HAKJIEeIla MOMKET H3Me-
HHUTDb BBIXOHOI CUTHAJ B JECATKU pas. ¥ Ka3aHHBIN
(haxT ABITETCA OMHUM W3 CEPHE3HBIX OTPAHUYEHUH
MPAKTHYECKOTO NPUMEHEHU [JaHHOTO MeToJa Ha
peanbHbIX 00bEKTaX KOHTPOJI.

Omy6aukoBanbl [18] maHHBIE SKCIIEPUMEHTAD-
HOTO HCCJIEJOBAHUA YCTAJIOCTHOM Ierpajgaruu
MeTajajaa C HOMOIIBI0 METO[a MAarHUTHBIX IIIyMOB.
Wszyuena B3aumocBsa3b 1yMoB BapkrayseHna c usme-
HEHHEM MUKPOCTPYKTYPHI (PepPOMATrHHUTHBIX MaTe-
PHAJIOB B MPOIECCE YCTATIOCTHOTO CTAPEHUS.

B cratbe [19] mpuBenmeHbl pe3ynabTaThl MaTe-
MaTHYecKoro wMopeaupoanua asyxocuoro HJIC
MaTrepuana, HOATBEP:KIEHHbIE OKCIIEPUMEHTAb-
HBIMU JAHHBIMH, [TOJYyYEeHHBIMH A 00pasia TUIa
«KpecT» KBa3sHONTHMAJIBHOM (POpMBI IIpU ABYXOC-
HOM HarpyskeHuu. [[poBeieHHbIN SKCIIEPUMEHT MO -
TBEPAUI HHBAPUAHTHOCTb MATHUTOIIIYMOBOTO METO-
na Ha spderre BaprrayseHa mpu MpPOM3BOIBHBIX
M3MEHEHHUX [TapOBOH KOMIIOHEHTHI TeH30pa HaIps-
SKeHUU.

B pabore [20] mpexncraBieH mpuMep IIPAKTH-
YeCKOU peaTu3anui CUCTEMbI JUCTAHIIMOHHOTO KOH-
tposra HIC Tpy6 Gosbioro guamerpa HA OCHOBA-
HUU W3MEpeHHusd IapaMeTpoOB MAarHHUTHOIO IIyMa.
OmmcaHbl HIEKTPOHHBIE YACTH U3MEPUTEIHHOHN CHC-
TeMbI ¥ CHUCTEMBI IIepefadu IAaHHBIX, TOCTPOEHHOM
Ha 6ase mobunbHOU cetu. [IpuBemeHnl mapamerpbl
urymoB Bapxkraysena, mosydueHnHble aid psaga obpas-
1I0B U3 TPyOHOH CTamu.

MaruuTonryMoBO# MeTOI, WX METO] IIIyMOB
Bapkraysena, peanusoBan B psze mpuOOpOB, IIpej-
HasHAYEHHBIX [ W3MEpPeHus MeXaHWYeCKHX Ha-
MPsKEeHUH MeTaNIOKOHCTPYKIui. [Iprumepom moryT
ciay:xuth mpubopsr Trna Stresscan 500, Rollscan
300, INTROSCAN wu t.m. Cpencrsa nHepaspyiia-
IOIIIer0 KOHTPOJIsI, OCHOBAHHbIE HA JAHHOM METOJe,
CIIOCOOHBI  OIpENeNATh BEIWYHMHY HAIPSKeHUH
TOJIBKO B TOHKOM ITOBEPXHOCTHOM CJIO€, YTO CYIIe-
CTBEHHO OTPAHMYHBAET WX IIPAKTUYECKOE MIpHUMe-
Heunre. Heob6X0QuMO yYHTBIBATH, YTO COCTOSHUE
[MOBEPXHOCTHOTO CJIOS MOKET 3HAYUTENbHO OTJIH-
YaTbCA OT COCTOSTHUA OCHOBHOrO Merasuia. [loBepx-
HOCTHBIN CJIOHW, IOIBEPIKEHHBIM BHEITHUM BO3IEH-
CTBUAM, YaCTO MMeeT HAaKJell, IapaluHbl, a TaKKe
BO3HHUEKAIOIE B IIPOIleCCe IMPOU3BOJACTBA 30HBI C
asoTupoBaHueM H IiemenTtarueii. OgHAKO AJId mMPO-
Benenusa HK wmuTepec mpemcrasiser 30HA ITOBpPE:K-
JIIEHHOCTH, & UMEHHO B MOBEPXHOCTHOM CJIO€ IIPOHC-
XOIUT 3apOKICHUE TPEIIHH.

MarauTHasi CTPYKTYPOCKOIIHS
(MeTOoa KOSPIIMTHBHOH CHJIBI)

B ocuoBe meTona xospruTuBHOU cumisl (H,) me-
HHUT B3aUMOCBA3b MEXKAY MAarHUTHbBIMHA CBOMCTBaAMHU
MEeTaJIOB U CIUIABOB, UX CTPYKTYPHO-(aA30BBIM CO-
CTOSHMEM U MeXaHHYeCKUMH cBoiicTBamu. Koppeis-
OUOHHBbIE 3aBUCHUMOCTHU MEXOLY KOSpHI/ITI/IBHOﬁ CHu-
JIOH ¥ CTEIEeHBI0 OCTATOYHOH AedopMaiuu 00pasiios
IIO3BOJIAKOT YCTAHOBUTH CTEII€Hb IIOBPEKIECHHOCTHU
MeTajjla U ero ympyryko ILIacTUYecKy medopma-
nwio. Takxe MOKHO TOBOPUTH 00 OIEHKE 0CTATOYHO-
ro pecypca KoHCTpyKuuu. [yid paga KOHCTPYKITHOH-
HBIX CTajed, Takux, Hampumep, kak Cr3, manHas
B3aHUMOCBSI3b OJHO3HAYHA U IOIJIEKUT YHUCICHHOM
OIeHKe. ¥ CTAHOBJIEHO, YTO I MaJOyTJIEPOIUCTHIX
W HU3KOJIETUPOBAHHBIX CTAJIEH CpPEIHUN pasmep
deppuTHOTO 3€pHA ABIAETCI OCHOBHBIM IIapaMer-
POM, KOTOPBIH OIpefeNseT UX IPOYHOCTHBIE U MAar-
HUTHBIE CBOHICTBA.

Il 60aBIIMHCTBA HUSKOYTJIEPOIUCTHIX CTaNeH,
HUCIIOJIBb3yEMbIX B KOHCTPYKIIHUAX OTBETCTBEHHOTIO
Ha3HAYEHWs, KAK IIPABUJIO, CYIIECTBYET KOppesd-
U MEKIY MEXaHHYECKHMH W MarHUTHBIMHU CBOM-
ctBamMu. MeTo KOSPIIMTUBHOM CHJIBI YCIEITHO IIPH-
MEHSIOT JIJi YCTAHOBJICHWS HAYaIa TLIACTHIECKOMN
nedopMalnii B 5JIE€MEHTAaX KPAHOBBIX, JU(PTOBBIX
KOHCTPYKITHH U IIPX KOHTPOJIE COCYI0B, HAXOIAIIHX-
Cs1 TIOf TaBJICHUEM.

OcHoBHBIE (DAKTOPBI, BIHAIOIIKE HA IIOTPEI-
HOCTb H3MEepeHUsd KO3pIII/ITI/IBHOﬁ CHUJIBI: TOJIIIUHA
00bEKTA KOHTPOJIS U BeIMYNHA HEMATHUTHOTO 3a30-
pa Mexmy mpeoOpasoBaTereM W KOHTPOJIHUPYEMOMH
MMOBEpXHOCTHI0. HacTpoiiky ¥ HOBEPKYy BCEX KO3p-
[IUTUMETPOB IIPOBOIAT HA CTAHZAPTHBHIX 06pasiax,
MMEIOIIUX CTPOTO OIpPeae]eHHbIE IeOMeTPHYECKHe
pasMepbl (KOMILIEKT CTAHAAPTHBIX 00pasIioB KO3p-
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nutueHO# cuibl — COKC). B sTom ciiyuae Ha mmoka-
3aHUSI MATHUTHBIX CTPYKTYPOCKOIIOB HE YYUTHIBAET-
Cf IIOTPEIIHOCTb, BBI3BAHHAA BIHIHUEM TOJIIUHBI
u3enusa B 30He KOHTPOJA. PasHulia rmoxkasanuii Ha
TOHKOM JIMCTE ¥ MACCHUBHOM IIJTUTE, M3TOTOBIEHHBIX
¥3 OJHOTO ¥ TOTO K€ MaTepHaya, MOKeT JTOCTUTaThb
20 %. llpu ymeHbIIEHUH TOJIIIUHBI 1a00PATOPHBIX
00pas1oB B aBa pasa (Hampumep, ¢ 10 go 5 mm) 3Ha-
YeHHe KODPIIMTUBHOM CHJIBI MeHseTcsa Ha 5 %, 4To
CPaBHUMO C JOITYCKAaeMOM OCHOBHOM IIOTPEIITHOCTHIO
n3MepeHusa mpubopa. Pacuer 1omoaHUTEIBHBIX SKC-
IIePUMEHTAIbHO MOJYIEHHBIX IIOIIPABOK IIPEICTaB-
aeH B [21].

B pa6ore [22] umcciemoBaHo BIUAHKWE HeMar-
HUTHOTO IIOKPBITHSI HA ITOBEPXHOCTH MeTajljla Ha
PesyabTaThl KOSPIIMTUMETPHH. OTO BAKHO [IJIS MAar-
HUTHOTO KOHTPOJII KOHCTPYKITUH C 3aIIUTHBIMH II0-
KPBITUSIMH, HAIPUMEP HedTerasoBblx TPYyOOIIPO-
BozoB. IlaccuBHas 3ammura TpyO OT KOPPO3UHU IIpe]-
mojiaraeT IPUMEHeHHe AaHTHUKOPPO3MOHHOTO IIO-
KpbITHA. B ciydae ymameHus HOKPBITUS AJIS IIPOBeE-
IEeHWsI W3MepeHui HeoOXOAMMO ero o6s3aTelbHOe
BOcCTaHOBIIeHHE. PaccMOTpeHO BIUSHUE CTPYKTYPBI
TpyOHBIX CTaei HA AHU30TPOIHUI0 KOSPIUTHBHOM
CHJIBI IIPU HPOIOJILHOM PACTI/KEHIH.

Ha riry6uny mpoMarHvuuBaHuA METAJIA BIIHSI-
0T B OCHOBHOM rabapuTHBbIE pa3Mepbl IIOJIOCHOM
cucTeMbl ITpeobpasoBaTelis U CHJIA TOKA HAMArHUYH-
BaHWs, JJIs1 OOJIBIIMHCTBA OPTATUBHBIX KOSPI[UTH-
MeTpOB 5Ta Iryouna He mpesbimaer 20 — 30 mm [2].

WHTepecHbIe pe3ynbTaThl HIPEeICTABIEHbI B pa-
6ore [22], mocesamenuo orenke HJ[C nedre- u ra-
30IIPOBOJIOB C TIOMOIIBI0 MeTOoMa KO3PIIUTUBHOM
cunbl. IlomydeHbl sKCHEepUMEHTANbHBIE 3aBUCH-
MOCTH IIOKA3aHWH MAaTHUTHOTO CTPYKTYPOCKOIA
(KOOPIIUTHMETPA) OT BEIMYHHBI KacaTeIbHBIX Ha-
MPS:KEHUH — KOSPIUTUBHYIO CHIy W3MEPIIH B
IBYX B3aWMHO IEPIEHIUKYIIPHBIX HAMIPaBICHUAX
BIOJIb oOpasyromux TpyoOsl. IlogTBep:kaeHo yBeru-
YeHHWEe Pa3HOCTH 3HAYEHUH KOIPIIUTHUBHOW CHIIBI,
TIOJIYYEHHBIX JIJI MTPOIOABHOTO W TOIIEPEeYHOTO pac-
MOJIOKEHHH IIpeobpasoBaTelis IMPH POCTE KaCATelb-
HbIX HanpssxkeHui. C TOYKU 3peHus MPAKTUKU I10-
JIE3HOH ClIeAyeT CUNTATh MPEeII0KeHHYI0 MEeTOTUKY
ompefeeHusI MAaKCUMATbHOU BEIUYWHBI OTHOCH-
TeIbHOH medopMalvii Marepuaja, KoTopas Ha
OCHOBAHUM TOJYYEHHBIX 3HAYECHUH KOIPIUTHBHOH
CHJIBI B YETHIPEX TOUYKAX OJHOTO CEYEHUs TPYOOIIpo-
BOZIa IT03BOJIAET PACCUUTATH KOIPITUTHUBHYIO CHILY
HEHArpy:KeHHOT0 MEeTAJIa W OIeHUTb IapaMeTphl
HAIPAKEHHO-Ie(POPMHUPOBAHHOIO COCTOSHUS KOH-
CTPYKITHH.

B cxoxkux nceneqoBanusax [23, 24] paccMoTpeHbI
aHATUTHYECKHe B3aBUCHMOCTH MEKIY OCTATOUYHOM
HaAMaTHUYEHHOCTHIO, KOIPIIUTUBHOU CHJION U MaKCH-
MaJIbHOM MAaTHUTHON IIPOHUIIAEMOCTHIO MeTasna,
TIOJyYeHHbIe I HANPIKEeHHOTO0 UM HeHAIPSIKeH-
HOro cocrosgHui. MccmemoBaHWA TIPOBOTUIN IS

TpyOHBIX cTasiel, 0c060e BHUMAHHE yIeISIn OKOJIO-
IIOBHOMU 30HE. J[0Ka3aHo, YTO MeXaHWIeCKHe HAIPs-
JKeHUs He M3MEHAI0T XapaKTep YCTAHOBJIEHHOH pa-
Hee B3aMMOCBA3M MeEKAY MarHUTHBIMH XapakTe-
PUCTUKAMU, IIOIYYEHHOH MJI HEeHAIPS:KEeHHOTO
COCTOSTHUS MeTajlia.

B [25] paccMoTpeHa TpUMEHHUMOCTS MATHUTHBIX
ImapaMeTpoB 1A KOHTPOJIS OCTATOYHBIX HAMPSKe-
HUH B (DEPPOMATHUTHBIX KOHCTPYKIIMOHHBIX CTAJIAX.
YcraHOBIEHA OIHO3HAYHASA KOPPEIANMUA KOIPIIH-
TUBHOU CHUJIBI, HAYaAJIbHOU MArHUTHOU IIPOHUIIA-
eMOCTH, 00paTUMOY MATHUTHOM HPOHHUIIAEMOCTH B
OCTaTOYHOM COCTOSTHUH ¥ OTHOIIEHUA HAYAJIBHOU U
o6paTUMOli TPOHUIIAEMOCTEH C YPOBHEM MHKPO-
HampspReHuH amd sxeiae3a Armco. Takum ob6pasom,
IIPOJAEMOHCTPUPOBAHBI TIEPCIEKTUBBI HCITOIH30Ba-
HUA 9TUX IapaMeTPOB JJI OIeHKH OCTATOYHBIX Ha-
NpAKeHUH B (DePPOMATHUTHBIX KOHCTPYKIIMOHHBIX
marepuaiax. [lokazamo, 4To oTHOILIIEHHE 00PATHMOIH
MarHUTHOU IIPOHUIIAEMOCTH B OCTATOYHOM COCTO-
AHAW K HaYaJbHOM MAaTHUTHON IIPOHUIIAEMOCTU
6ojiee YYBCTBHUTEIBHO K HU3MEHEHUI0 MUKPOHAIPS-
SKeHUH, yeM TPaJAuIIMOHHO HCIOIb3yeMas KO3pIIH-
THUBHAA CHUJIA.

B crarpe [26] mokasaHo, 4TO MeXaHHYECKHE
cBorictBa ctamu 40X MOHOTOHHO W3MEHANIOTCA IIPU
M3MEHEeHUN TeMIEePaTyPhI OTIIyCKA ITOCIIe 3aKATKHA 1
MMEIOT KOPPEIAIMOHHYI0 3aBUCUMOCTh. llomydensr
YpaBHeHUdA JIWHENHOU perpeccuu, oIpezesieHbl KO-
9(pPUIMEHTHI KOPPEIAINHA U HUTOTOBAaA pacyeTHas
morpernrHocTth. [lokazamo, uto tBepgocts HRC cra-
mu 40X He mMeeT OTHO3HAYHOIN 3aBUCHUMOCTH OT €€
KOIPIIUTUBHON CHJIBI BO BCEM AWAaIla30He H3MeHe-
HHA TeMiepartypsl ormycka. [Ipu sTom 3HaUMTENH-
Had TOTPENIHOCTh W3MEPEeHuA He II03BOJIAET WUC-
II0JIB30BATH AJISI KOHTPOIA TBeppoctu cranu 40X ra-
KOH ImapaMmeTp KOHTPOJA, KaK pejlaKcalliOHHAA Ha-
MarHUYEeHHOCTD. J[J19 MArHUTHO¥M CTPYKTYPOCKOINU
nmpemyioxkeH mnapamerp H,,, 11a pacuera KOTOpPOTO
KCIOJIb30BAaHA KOdpIUTHBHAA cuna H,, namMmepeHHas
Ha obpasnax u3 craiau 40X, ¥ OTHOIIEHHEe 0CTaTOY-
HOU HaAMarHW4eHHOCTH K HAaMarHU4YeHHOCTH TeXHU-
yeckoro Hachbinenua. [lokazano, 4To morydeHHbIE
Pe3yabTaThl UMEIOT HEBBICOKYIO OTHOCUTEIHHYIO I10-
TPELIHOCTh W YCTAHABIWBAIOT OJHO3HAYHYIO B3aU-
MOCBA3b Mexay H,; ¥ TeMIepaTypoi OTIIyCKa CTaau
40X B peasbHO IPUMEHAEMOM Ha IIPAKTHKe [HUalia-
3oHe. JlokaszaHO, YTO METO] KOIPIIUTUBHOU CHJIbI
MOKET IPUMEHATHCS I KOHTPOJISI TBEPIOCTU CTa-
au 40X.

B [27] mpepmioikeHa opurHHAIbLHAS KOHCTPYK-
us mpeobpasoBaTesisi MATHUTHOTO CTPYKTYPOCKOIIA
(rospriurumerpa). IlpeobpasoBarens mpegHasHaueH
1A KOHTPOJIA HATPAKEHHOTO COCTOAHHUA W HAKOII-
JIEHHOU TTOBPEKIEHHOCTH KOHTPOJIUPYEMOro heppo-
MarHuTHOro marepuana. I1-o6pasHblii IIpHCTABHOM
mpeobpa3oBaTesb COCTOUT W3 MOCTOSHHBIX MATHH-
ToB u3 NdFeB, cBa3anHbIX mepeMblMKO#M M3 MarHu-
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TOMATKOTO Marepuaja. UyBCTBHUTENbHBIM DJIEMEH-
TOM SIBJISETCA MATYUEK XOJJIa, PACIOJOKEHHBIA B
MEJKIIOIIOCHOM WHTEPBAJie ¥ M3MEPAOINH TaHTeH-
IHUAIBHYI0 COCTABIAIOIIYI0 HANPSKEHHOCTH Mar-
HUTHOTO mojA. K mpemMyiecrsam Takoro mpeobpa-
30BaTed ClIelyeT OTHECTH BO3ZMOKHOCTH HEIIPEPHIB-
HOTO W3MEPEHHs IapaMeTpOB W HHU3KOE 3IIEKTPO-
norpebienne. ABToOpaMu YCTAHOBJIEHA OIHO3HAY-
Has CBfA3h MEKAYy TAHTEHIIHAIbHON KOMITOHEHTOMH
MAarHUTHOTO TOJA B MEKIIOJTIOCHOM IIPOCTPAHCTBE U
MAarHUTHOU MPOHUIIAEMOCTHI0 Marepuaia. K mHemoc-
TaTKaAM MPeNJIOKEeHHON KOHCTPYKIIHU CJIeIyeT OT-
HECTH HEBO3MO:KHOCTh IIPHMMEHEHHS Ha 00beKTax
CJIOKHOU KPUBOJIMHEHHOHU (DOPMHBI.

B [28] paccmorpena momosHUTENbHAS IOTPEI-
HOCTBH U3MePeHUs KOIPIUTUBHON CHUJIbI, BEI3BAHHAST
paboToil 10 YACTHHIM KPHUBBIM HAMATHUYHBAHU.
Wsmepenus mpoBoguiu Ha obpasmax us cranu Q235
TIPU PAa3JIUYHBIX 3HAYEHUIX TOKA BO30Y:KAEHUA Ha-
MarHUIUBAIOIIET0 yCTPOMCTBA.

H3menenne MarHuTHBIX CBOMCTB IpH Jedopma-
nuu HepskaBeroied craau 08X18H9, oTHocaAecs
K ayCTEHHTHOMY KJaccy, paccMorpero B [29]. ¥Ycra-
HOBJIEHA B3aWMMOCBS3b MEKAY IEeHCTBYIOIIAMU Ha-
nps:keHusMu  (1epopMaruaMu) W HU3MEPEHHBIMHU
3HAYEHHUAMH KOIPIIUTUBHON CHJIBI, 4 TaKKe o00be-
MoM a-(paskl B Merayuie. Jlokasama BO3MOKHOCTD
PUMEHEeHUsI MeTOAa KOIPIUTUBHON CHJIBI IS
OIIEHKH Ierpajaluy ¥ CHHJKEHHS MeXaHUIeCKHUX
CBOMCTB CTaJIell ayCTEHHUTHOIO KJAacca, II0JBEeprao-
IUXCA e(POPMAITHOHHBIM BO3IEHCTBUAM B XO[€
9KCIIyaTaAITMOHHBIX BO3IECTBUM.

B [30] mpencraBieHBI pe3yabTaThl HCCIENOBA-
HHS BJIMSHUA IUIACTHYECKOH aedopMaliiu Ha Mar-
HUTHBIE CBOMCTBa 00pAasIlOB M3 MAPTEHCUTHOU cra-
amu P91. McenenoBanusa napaMeTpoB IIET/IN THCTEpe-
3MCa ¥ MArHUTHBIX IIIyMOB bBaprayseHa IpOBOIUIN
IUIS Cydasi OMHOOCHOIO PACTSKEHHSI U CHKATHS CO
3HaueHHeM Iacrudeckor medopmaruu € = 10 %.
Bribop maTepuana u guanazona gedopMaiiuu 00b-
SICHSETCS OKUJAEMBIMH BBICOKMMH OCTATOYHBIMHU
HaIPIKEeHUIMH B Marepuase (Ijid coydas Kak cika-
THSA, TAK U PACTSIKEHUA), KOTOPBIH HE JEMOHCTPUPY-
€T IOBBIIIEHU WHTEHCUBHOCTA MATHUTHBIX IIIyMOB
Kak pyHKIuu ynpyrux Hanpskenwui. [lomydenubre
COOTHOIIIEHHUS [TOKa3bIBAIOT, YTO IPH HU3KOM YPOB-
He nedopMaluy HU3MEHEHHs IIJIOTHOCTH [HUCIIOKa-
WA MOTYT WTPATh JOMHHHUPYIOIIYI0 POJb, OXHAKO
rpu 60jiee BHICOKOM €€ YPOBHE OCTATOYHBbIE HAIIps-
JKEHUS CTAHOBSITCSA JOMUHUPYIOMIM (PaKTOPOM. JTO
MNPUBOIUAT K 3HAYUTEIHHOMY YMEHBIIIEHUIO CUTHAIA
mrymoB Bapkraysena ans gedopMaliny pacTSKeHUs
¥ yBeJIMYeHu0 — s ciaydas cikartus. O6a Bapuas-
Ta Harpy:KeHUd IPUBOJAT K IOBBIIIEHHUIO KODPITHU-
THUBHOU CHJIBI 00PA31i0B, OMHAKO PACTIIKEHHUE CHJIb-
Hee BIUSET HA ee U3MEHEeHHe.,

Kourpoas HJIC mo ocraTrouHoii
HAMarHUYE€HHOCTH METAJLIA

Eme omwH MeTon KOHTPONSA HAOPAKEHHO-IE-
dopMHUPOBAHHOTO COCTOSTHHUS OCHOBAH Ha H3Mepe-
HUHW HAIPSKEHHOCTH TIIOJA OCTATOYHOM HaMmar-
HUYEHHOCTH MeTajlIa. ¥ BeJIMUeHHne AeHCTBYIOIINX
MeXaHWYEeCKUX HAIPTKEeHUU MPUBOIUT K MOHOTOH-
HOMY YMEHBIIIEHUIO0 OCTATOYHOW HaMarHWYeHHOCTH
BIUIOTh [0 HaYaja IJIACTHYECKOH medpopMmaruu
MeTaia. ¥ CTAaHOBJIEHO, UTO HANPSIKEHHOCTH ITOJIA
OCTAaTOYHOM HAMATHHYEHHOCTH MeTayia aed)OpMH-
POBAHHOTO CTAJILHOTO U3JAENIUA, JIEMEHTA MeTaJlJIO-
KOHCTPYKIIUH JIMHEHHO BO3PACTaEeT C MOBBIIIEHHUEM
MEeXaHUIECKOTO HAIpPSLKeHUs BO Bced obiacTu [e-
dopmaruu merasra. UyBCTBHTEIBHOCTH OCTATOY-
HOM HAMarHMYEHHOCTH MeTajia K JAeHCTBYIOIIUM
MEXaHWYECKUM HAIPSKEHUAM COM3MEpPHUMAa C 4yB-
CTBUTENIHLHOCTHI0 MATHUTHBIX IIyMOB MeTaJlia.
IIpormecc uamepenus pasbuBalT HA JBA JTarma: Ha
IepBOM 3Talle C MOMOIIBI0 MOIIHOTO TTOCTOSHHOTO
MarHuTa HaMarHUYUBaOT JOKAIbHBIN y4acToK dep-
POMAaruuTHOTO 00beKTa KOHTPOJISA, HA BTOPOM JTalre
U3MEPAIOT 3HAYEHUA HAIIPAKEHHOCTH OCTATOYHOTO
MarHUTHOTO IIOJIA C TIOMOIINBI0 MarHUTOMeTpa WIn
MUJLIUTECIaMEeTpa.

B pab6orax [31 — 34] uccnemoBano BIHSHUE U3-
MEHEHHs XHMHYECKOTO COCTaBa W CTPYKTYpPhI Me-
Tajaaa KOHCTPYKIMOHHBIX CTAllel HA Pe3yabTaThbl
MArHUTHOTO KOHTPOJII €ro HaIps:KeHHO-medop-
MHPOBAHHOI'O COCTOSHHS I10 HAMPSIKEHHOCTH II0JIS
OCTATOYHOM HaMarHW4eHHOCTH. IlokasaHa BO3MOX-
HOCTh BBISBJICHUS JOKAJIBHBIX Oo0lacTedl ¢ 3HAYH-
TeJbHBIMHU M3MEHEHUAMH XHUMcocTaBa. MarauTHBIN
KOHTPOJIb II0 OCTATOYHOM HAMATHHYEHHOCTH TaKIKe
mosBosifser BuIABUTh HJIC Meramma u ompeneiauThb
NPUYMHY €ro BO3HHKHOBEHHA. ¥ CTAHOBIEHO, YTO
yBeJIMUeHNEe COAEP:KaHusd yriepoma B CTAIW B He-
3HAYUTEILHOM CTEIeH! BIIMSET HA HAMPSIKEHHOCTD
II0JIE OCTATOYHON HAMATHMYEHHOCTH METAaJLIa, XOTS
W IPUBOAUT K H3MEHEHHIO [PYIHX MAaTHUTHBIX
[mapaMeTpoB.

Pesynprarer  umcciemoBaHus —HAMPSKEHHOCTH
IIOJIA OCTATOYHOM HAMATHWUYEHHOCTH CTAJIbHBIX
Tpy0, KOTOpbIE IIOABEPTaITCI BO3IEHCTBUIO H3TH-
6aroIero U KPYTAIIer0 MeXaHWIeCKHX MOMEHTOB,
npusenerbl B [32]. O606IIeHHbIE BHIPAMKEHUS, Xa-
pakTepusyole B3aUMOCBA3b MEKIy MexaHude-
CKMMU ¥ MATHUTHBIMH BEJIMYHHAMH, a TAKKEe pac-
YeTHbIE 3aBUCHMOCTH [JId HAIPKEHHOCTH IIO0JIA
OCTATOYHOM HAMATHWYEHHOCTH METAJIA II0JIyYeHbI
KaK g OMHOOCHOTO HAIIPSIKEHHOTO COCTOSHUI Me-
TajIa, TaKk U JJIS MPHWIOMKEHHOrO KPYTAIIEro Mo-
menTa. [lokazana ogHO3HAYHAST B3ANMOCBSI3b MEKILY
BEJIMYMHON HANPS/KEHHOCTH II0JA OCTATOYHOM Ha-
MarHMYeHHOCTH ¥ [OEeHCTBYIOIIUM KPYTIIIUM MO-
MEHTOM, OJHAKO OTMEYEHO, YTO HA Pe3yJbTaTbl
W3MEPEeHHH B3HAYUTEIbHOE BIWSHHE OKa3bIBAIOT
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reoMeTpHYecKHe pasMephbl ceueHud TPyObI B 30HE
KOHTPOJIA.

BriBoabl

Meronpl MArHUTHOM W  3JIEKTPOMATHUTHOU
CTPYKTYPOCKOIIMM MOSKHO YCIENITHO IIPHUMEHATDH JAJIA
KOHTPOJII HAaKOIIJIEHHOU IIOBPEXAEHHOCTH U Ha-
MPSKEHHO-TIe(POPMUPOBAHHOTO COCTOSHUS, OIHAKO
KaKObIA M3 HUX UMeeT pAJ orpaHuwdeHui. J[na me-
TOJla BBICIINX F'APMOHUK — 3TO IIPEUMYyIIeCTBEHHOe
WCIIOIb30BAHUE IIPOXOIHBIX IMpeodpasoBaTeneil u
BiusgHue (HOpMbI 00BbEKTa KOHTpOad. s Buxpe-
TOKOBOH CTPYKTYPOCKOIIMM HEeMarHUTHBIX MaTepua-
JIOB 3aBUCUMOCTH IIOJy4eHEBI IIPEeUMYIIeCTBEHHO IS
aBUAIlMOHHBIX aTIOMUHUEBHIX CILIABOB, B TO BpeMs:d
KaK JJd TUTAHOBBIX CIIABOB KOPPEIAIIMOHHBIX 3a-
BUCHUMOCTEN MEKIy yAeIbHOU 3JIeKTPUUYEeCKOM IIpo-
BOJMMOCTBIO ¥ HAKOIIJIEHHOU HOBPEXIEHHOCTHIO B
pesyiibTare IPOBEAEeHHBIX UCCIENOBAHUU yCTaHOB-
seHo He ObwT0. [71A MeToJa KOSPIIUTUBHOM CHJIBI
OCHOBHbBIE OTPAaHUYEHUS — BIUAHUE TOJIINHBI KOH-
TPOJIMPYEMOTO U3JIeIUI Ha Pe3yabTaThl U3MepeHUs
KODPIUTUBHOU CHUJBI, a TaKkKe HEeBO3MOMKHOCTH JIO-
KaJIbHOT'O U3MEPEHHUs, IIOCKOJIbKY 30Ha, A1 KOTOPOU
IIPOBOJUTCS WHTerpajbHas OIleHKa, OIpeelsgeTcs
rabapuTHHIME pasMepaMy MarHUTOIPOBOAA IIpeos-
pasoBarena. Meroq MarHUTHBIX HiymMoB bapkray-
3eHa I103BOJAEeT IOLYYUTh OLEHKY TOJBbKO IJd IIpH-
ITOBEPXHOCTHOTO CJIOSI U TPeOyeT BBICOKOH KBaJH-
uranuu crermagucTa I PacIInPOBKNA Pesyiib-
TaToB. Meros KOHTPOJIA 1O OCTATOYHON HAMAarHH-
YEeHHOCTH 00J1a[aeT TAKUMU Ke HeJOCTAaTKaAMHU, UTO
U MeTOH KO3PIUTHUBHON CHIIBI, 32 HCKIOYEeHHEeM
YyTh JIy4Illed JOKaJIbHOCTH KOHTpos. HecMoTrpsa Ha
yKasaHHBble OTrpaHUYEeHNUd, dJIEKTPOMarHUTHEIE Me-
TOMBI IIUPOKO MPUMEHSIOT B pa3paboTaHHBIX Cpej-
CTBax HepaspyIIaiollero KOHTPOJd, IpefHa3HaueH-
HBIX VI SKCIIPecc-aHaIN3a CTPYKTYPHBIX aHoMa-
MY MeTaJlIOu3AeIui.

duHaHCHPOBAHHE

Pa6ora BbinosHeHa IPH (PUHAHCOBOM IOIIEPIK-
ke rpaata PH® Ne 19-19-00674.
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OpHuM U3 mapaMeTpoB TPEUUHOCTOMKOCTH YTIJIEIIACTHKOB SBJISETCI BASKOCTh PaspyIlIeHWs,
KOTOpasi IpeCTaBIseT co00i U3MeHeHHe SHePTHUHU yIpyroi aed)OpMaIiii 31eMeHTa KOHCTPYK-
LMY TIPY YBEJIMYEHUH IUTOLIA/IM TPEIIWHbI Ha eIMHUIly B MOMEHT cTparuBanus. B mporecce wc-
CJIeOBAHMUS BA3KOCTU PA3PYIIEHUS OIPEIEIISeTCs MONI0KeHre (PPOHTA TPEIIUHBI — UCXOIHON U
MOJIy4eHHOH B pesynbrare ee pocra. CylecTByomupe B HACTOSINEE BpeMs CTAHAAPThI HCIbITA-
muii (CTO LIATH, ASTM D7905) onpenensaior BaskocTh mo Moze casura Gy, Ha obpasiax ¢
WHHUIIATOPOM TpeluHbl. Takoi crocod He OTpaKkaer peasbHbIe YCAOBUSI BOSHUKHOBEHUS TPe-
e B KoHCTpyKumax u3 [IKM u Mo:keT IPHBOIUTH K CHIGKEHHIO TOYHOCTH IIPH OIIPeeIeHIH
Harpys3ku crparuBanus TpeuuHbl. B ITATY paspaborana MeTomuka ONpeesieHus BI3KOCTH
paspyenus ITKM npu caBure Gy, Ha obpasnax 6e3 cTaHAAPTHOTO MHUITHATOPA PACCIOEHUH.
ens paboTbl — IpoBeZieHNE UCCIEAOBAHUM /I OTPAOOTKY JaHHOU MeToquKu. SHadyeHus Gy,
OIIPeIeIISIIN UL TPEIHHBI, 00PA30BAHHOM CABUIOM B YCIOBHUAX TPEXTOYEIHOTO M3ruba mocie
packmunuBanud. [lna onpenenenusa monokeHus U GopMbl (DPOHTA TPEIIMHBI, a TAKKE OLIEHKH
JUHAMUKHA €€ PaCIpOCTPAHEHNs IIPU MOCAEAYOIINX HATPY3KAaX BMECTO CTAHIAPTHOTO BU3Yalb-
HOTO HAOIIONEHUs ee TPAHMUIL C TOPIIEBOM ITOBEPXHOCTH 06PA3II0B UCIIOIb30BAIH YIBTPA3BYKO-
BbIE METObI — YIBTPa3ByKOByIO Aederrockonuio (Y3K) u akycruaeckyo MUKEpPOCKOIuIIO. ¥ cra-
HOBJIEHO, YTO aKyCTHYecKas MUKpOockomusa Ha yacrote 50 MI'11 mo3BosigeT onpenensiTh IoIoKe-
HrYe (DpOHTAa TPEIMHBI B 00pasiax us yIielyiacTuka Ha riyouse 3,0 — 3,5 MM ¢ BBICOKHAM paspe-
menneM, B janHoM ciaydae — 100 mem. OTMedeHb! 0COOEHHOCTH PACIIPOCTPAHEHUS TPEILUHBI B
mporiecce pocTa B YCIOBHUAX CABHUra. PesyibTarThl UCCIENOBAHUN TOKA3aIH, YTO BBICOKAS TOY-
HOCTb aKyCTHYECKOH MUKPOCKOIIMHU II0 CPABHEHUIO C TPAIUIIMOHHOU YJIBTPA3BYKOBOHM TUATHOC-
THUKOM BOCTPeOOBAHA MIPH OIPEAEIeHUN (DOPMbI TPEIHUHBIL, IS AaHATNU3A JHHAMUKA ee PacIpo-
CTPaHEHHUA U BbIABJIECHUA MEXaHN3MOB PACIIPOCTPAHEHUA MEKCIOEBbIX TPEIITWH B KOMIIOSUITUOH-
HOU cpefie.

KiroueBble cioBa: KOMIIO3UTBI; MEXAHUUECKHE CBOMCTBA; TPEI[UHOCTOKOCTD; YITIEIIACTHKH;
YABTPa3BYKOBBIE METObI; aKyCTHIECKAA MUKPOCKOIIH.

DETERMINATION OF FRACTURE TOUGHNESS FOR CARBON FIBER REINFORCED
PLASTICS FREE OF THE CRACK INITIATOR USING THE ACOUSTIC MICROSCOPY
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The fracture toughness which reflects change in the elastic deformation energy of the structural element
with an increase in the crack area per unit at the onset of straining is one of the crack resistance parame-
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ters of carbon fiber plastics (CFRPs). When studying the fracture toughness, the position of the crack
front is determined: both the initial one and that obtained as a result of crack growth. Currently existing
test standards (STO TsAGI, ASTM D7905) determine the viscosity by the shear mode Gy, using the sam-
ples with a crack initiator. However, the method does not reflect the real conditions of crack initiation in
CFRPs structures and can lead to a decrease in the accuracy of determining the load of crack initiation.
A new technique of the fracture viscosity determination free of the standard delamination initiator has
been developed in TsAGI. We present the results of developing the proposed methodology. The Gy, values
were determined for a shear crack under three-point bending conditions after wedging. To determine the
position and shape of the crack front, as well as to assess the dynamics of its propagation under subse-
quent loads, we used ultrasonic methods — ultrasonic flaw detection (ultrasonic NDT) and acoustic mi-
croscopy instead of the standard visual observation of the crack boundaries from the end surface of the
samples. It is shown that acoustic microscopy at a frequency of 50 MHz provides determination of the
crack front position in CFRP samples at a depth of 3.0 — 3.5 mm with a high resolution about 100 pm. The
features of the crack growth under shear conditions are discussed. The results of the study show that high
accuracy of acoustic microscopy in comparison with traditional ultrasonic NDT diagnostics is strongly
sought for determining the shape of the cracks, as well as for analyzing the dynamics of crack growth and
revealing the mechanisms of interlayer crack propagation in a composite material.

Keywords: composites; mechanical properties; fracture toughness; carbon fiber plastics; ultrasonic

methods; acoustic microscopy.

BBenenmne

Croucrhble TTOMMMEpPHbBIE YTJIEIJIACTUKYN IIIHPOKO
MIPUMEHAIOTCA B camonieToctpoeHuu. OHu 061a7a10T
BBICOKOM MPOYHOCTHIO IMPH OTHOCHTEIHHO HEBBICO-
KOM Bece 3a CYeT BBICOKOIIPOYHBIX BOJOKOH HATIOJ-
HUTEJISA, YI0KEHHOTO CIOIMU B PA3HBIX HAIpaBJIe-
HUSX W CKPEIISeMOr0 MATPUIIeH — OTBEeP:KIeHHBIM
MMOMIMMEPHBIM CBsA3yomuM. Hapsamy ¢ BBICOKOMH
MIPOYHOCTHIO IIPH HATPY:KEHUHU BII0Ib BOJIOKOH MaTe-
pHan u3-3a TeTePOreHHOCTH CTPYKTYpPhI UMeeT HH3-
KYIO TIPOYHOCTh IIPU HATPYKEHHUH MOTIEPEK BOTOKOH
¥ MEKCII0OeBOM caBure. [leficTBue cABUTaIoOIIUX Ha-
TPY30K MOJKET MIPUBOJUTH K 00pPA30BAHUI0 MEKCIIOe-
BeIX TperuH (paccimoenwuit). Paccioenue — momu-
HUPYIOIlee TOBPEXKIeHNe JTaMUHATOB, IPUBOAIIIEE
K paspylIeHH0 KOHCTPYKIIMHU MIPH JTOCTHKEHUHN Je-
exrom EKpuTmyecknx pasmepoB [1-3]. Ocobas
OTIACHOCTH 3AKJII0YAETCS B TOM, YTO TPEIIHHA MOKET
ocTaBaThCAd HEOOHAPYKEHHOM BILIOTH [0 paspylie-
HUS KOHCTPYKIIHH.

OmHEMH W3 OCHOBHBIX CIIOCOOOB OIIpeNeIeHUs
MPOYHOCTHBIX CBOHCTB CIIOMCTHIX YIJIEIUIACTHKOB C
pacCioeHuAMH ABJIAIOTCA PACIETHO-IKCIIEPHUMEH-
TaJIbHbIE METOMbI, OCHOBAHHbBIE HA WCIIOJb30BAHUH
XapaKTEePUCTUK TPEIIMHOCTOHKOCTH Marepuaa, Imo-
Jy4aeMbIX HKCIEPUMEHTAIHHO Ha BJIEeMEHTAPHBIX
mabopaTopHbix obpasnax [4—9]. B pa6orax [10 —
14] mpuBeneHBI pacuyeTHBIE OIEHKU IIPOYHOCTH II0-
BpeskaeHHbIx KoHCTpyKImH us [IKM, koropsie mator
MpejcTaBiIeHre 0 HEOOXOMUMOCTH TIOYUEHHUS U HC-
[IOJIb30BAHUS 9TUX XaPAKTEPUCTHK.

BaskupiM mapamMeTpoM TPEIHHOCTOMKOCTH SB-
JfeTcd BA3KOCTh paspylineHus mo mome casura Gy,
(moma II), koropas mpexcrasisgeT co60i H3MeHEHTe
SHEPTHUH YIPYTroH med)opMaIiy dIeMeHTa KOHCTPYK-
MY TIPH YBEJIUYEHUH IUIOMIAAM TPEIUHbI Ha eJIH-
HUIly B MOMEHT CTParuBaHusi, OOYCIOBIEHHOTO
CIBUTOM MaTEpHAa y BEPIIUHBI TPEeITuHbL. Takum

o0pas3oM, OCHOBHAfA 3ajada B IIPOILIECCE HCCIIem0Ba-
HHSA BSI3KOCTH Pa3pylleHud — OIpeaeieHrue II0JI0-
JKeHHUSA (PPOHTA TPEIIMHBI — HCXOMHOM U ITOJIyYeH-
HOU B pe3yibTaTe ee pocTa.

Ilo cymecTByromuM B HacToAIlee BpeMs CTaH-
mapram wucoerranuii (CTO IIAT'M, rapmonusu-
posaunoro ¢ ASTM D7905 [15, 16]) Gy, onpenerns-
erci HA BJIEMEHTApPHBIX 00pasIax C MEKCIOeBOMH
TPEIIUHON HA OIHOM U3 TOPIOB. B KauecTBe WHU-
n@aTopa TPEIIUHBI HUCIOJb3YeTCA IOJIHUMEPHAT
IUIeHKAa, HMIIperuupyeMas B o0paselr B IIporiecce ero
mu3roToBrenusa. Takoit crmocobd He OTpaskaeT peasb-
HbIe YCJIOBHUA BO3SHHKHOBEHWS TPEIIUH B KOHCTPYK-
nusax w3 [IKM u MoKeT IPHUBOAUTH K CHHKEHHUIO
TOYHOCTH IIPH OIIPEeIEHUN HATPY3KHU CTPAaruBaHU
TpemuHbl. Kpome Toro, yacro Heo6XOmAMMO OIIpe-
nemutb Gy, i1 HATYPHBIX 3JIEMEHTOB KOHCTPYKITUN
n3 IIKM mnpu orcyTcTBHM B HCXOSHOM COCTOSHHHU
WHUIIHATOPa pacciaoeHud. J[JIsi Takux ciaydaeB BO
OI'YII ITATU paspabarsiBaercsi MeTOAMKA OIpe-
nenenus Bsskoctu paspyinenus [IKM mpu casure
Gy, Ha obpasmax 6e3 CTAHIAPTHOTO WHHUIMATOPA
paccioeHu.

B nammoit pabGore mpemio:KeH HOBBIH CIIOCO0
(hopMupOBaHUA UCXOMAHOM TPEIWHBI, KOTOPBIH 103~
BOJIUT YMEHBIIHUTDH IIOTPEIHOCTD, CBA3aHHYIO C He-
00XOIMMOCTBI0 IIPOJBUKEHUSI WCKYCCTBEHHOIO Je-
dexra 11 POPMUPOBAHUI TPEIUHBI KAK TAKOBOL.
Hcxomuyro TpemuHy B ob6pasiie MpemioKeHo (op-
MHPOBaTh IyTeM PACKIWNHUBAHUA CTAIHHBIM KJIH-
HOM C TOPIIeBO# moBepxHOcTH. 1 Hamnbogee TOY-
HOTO OIIpEeeJIeHHs IIOJIOMKEeHUsI U (POPMbI (hpoHTa
TPEIIUHbI, a TaKKe BU3yaTU3allUd [UHAMHUKH ee
pacIpocTpaHeHus IIPHU IMOCIEAYOIINX Harpyskax
KCIIOIb30BAJIA YJIBTPA3BYKOBBIE METOABI BBICOKOTO
paspetenus (aKyCTUIECKYI0 MUKPOCKOIIHIO).
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Puc. 1. Bug Tpemuubl B 00pasiie, MOMYyYEHHOH METOIOM
PaCKINHUBAHUA

Fig. 1. Crack formation in a CFRP sample obtained by
wedging
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Puc. 2. Cxema wuCOBITAHWE HA TPEIIUHOCTOUKOCTH II0
moge I1

Fig. 2. Tests diagram for crack resistance according to the
shear mode II

Marepuaasl 1 METOABI MCCJIETOBAHUA

IJKCHEPUMEHTAIbHBIE KCCIEIOBAHUSI IIPOBOJIU-
au Ha aeBatu obpasuax u3 IIKM Ha ocHoBe yrire-
POAHBIX BOJIOKOH W SIIOKCHAHOW Mmarpursl. O6pas-
IIbI BBIPE3AJIU U3 IaHeJIN, H3TOTOBIEHHOH u3 34 cio-
€B IIePeKpPecTHO-apMHUPOBAHHOTO YTIJIEILIACTHKA,
OHM TIPEJCTABJIAAN COOON TapalIeNenuneabl IjIu-
HOM 170 MM, mupuHOH 20 MM ¥ TONIIUHOH 6,3 MM.
Tperuay dopMupoBamun MeXaHWYECKUM BO3IEH-
cTBHeM (PaCKIMHHBAHHUEM) C TOPIA 00pasIia MexIy
16-m u 17-m cnoamu, yEKIagKa apMHUPYIOIIEro Ha-
MTOJTHUTENST B KOTOPBIX MapajuieibHa O0KOBBIM CTO-
poram obpasiia. O6pasiibl OTOUPAIIH CIIydaiHbIM 00-
pasom u3 30 aHAIOTUYHBIX, BbIPE3aHHBIX U3 €IUHOMH
maHenu. B coorBeTcTBHMM ¢ paspabaThIBaeMOi MeTOo-
IUKOM B 00pasIie ¢ ITOMOIIbI0 TOHKOTO KJIHHA CO3/1a-
BAJIM MEIKCI0eBYIO Tperuny (puc. 1).

HccnenoBanusa OPOBOAUIN CAEAYIOMINM 00pa-
3oMm. Ha srame 1 Ha 06pasifbl U3 CIOUCTOTO yIJIeria-

CTHKA METOJOM PACKIMHUBAHUSI HAHOCHUIN MEXK-
cloeBble TpenuHbl. [lomokenne POHTA TPEIHUHBI
a u sHavenvie Gy, ONPENENSIN IMyTeM CPABHUTENb-
HOTO aHAJIN3a Pe3yJbTaTOB, MOIYYEHHBIX CTAHIAPT-
HBIM YJIbTPAa3BYKOBBIM METOJOM HEpPa3pyLIAIOIIEeTo
koHTposa (Y3K) m MeromoM axkyCcTHYECKOH MHUKPO-
cxorun (AM).

Ha srame 2 B nensx npoaBHMKEeHUA TPEIWH, 00-
Pa30BAHHBLIX PACKIWHWBAHWEM, OOpPAs3Ilbl WCIIHI-
TBIBAJIM HA TPEXTOUYEYHBIH u3rub (10 OMHUCAHHOM
B CTO IAT'M meromuke) mus ompexnenenus Gy,
(puc. 2). (Tpemuna, BoIpaleHHasd IPU HUCIBITAHUHA
Ha u3rub, B JaJbHEHINEM HA3bIBAETCSI TPEIIHHOMI,
obpasoBaHHOU «caBUTOM».) llamee HA KaskaoM 06-
pasiie BBIMOIHAIN ITUKI PA00T 10 ONpeeeHu 0 I0-
JIojKeHus (PpOHTA TPelmiuHbl u omneHke Gy, aHao-
TUYHBIN dTamy 1.

B cramgapre [16] MmeTon onpeeneHus yneabHOM
paboThI paccioeHus B ycioBuax casura Gy, BEIO-
yaer B cebsa HepaspyIIanIIyo MPoIeaypy HAXOMKIe-
HHS (PPOHTA TPEIUHBI B 00pasie. JTa mpolenypa
IOJKHA, C OHOW CTOPOHBI, OBITH [OCTATOYHO IIPO-
CTOI B IpPHMEHEHHUH, a C IPyrod — obIagaTb HeoO-
XOJUMOM TOYHOCTHIO.

Hawubosmee mpocTbiM dBIgETCA BU3YaIbHBIN
METOJl, OJHAKO ero IpPUMeHEeHNe MOKET IPUBOIUTH
K 3HAYUTEIbHBIM IIOTPEIIHOCTAM B OIpENeIeHUN
IIUHBI TperuHbl. [lorpemHocts 06ycaoBIeHa Ma-
JIBIM PACKPBITHEM TPEIIWHBI § KOHUMKA W HU3KON
APKOCTBI0 IIBETOBOTO KOHTPACTA HAa IIOBEPXHOCTU
IIKM. Kpowme Toro, mosmoskeHus (DpoHTa B KPaeBOI 1
BHYTPEHHEH 30HAX MOTYT OTJIMYATHCA. B CBA3U C
9TUM JJIS WCCIAEOBAHUN MPUMEHIIN YIbTPA3BYKO-
BOH KOHTPOJIb, KOTOPBIA BOCIIPOU3BOAUT II0I0KEHNE
(bpoHTa ¢ TOYHOCTHIO, 3BABUCAIIEH OT JITHHBI BOJHBI
30HIUPYIOIEro 3ByKa. s oOHAPYKEeHUA TPEeIuH
B IIKM MmHuPOKO HCIIOIB3YIOT YIbTPA3BYKOBOH Me-
tox (¥Y3K), mo3BoSOMIUI ONpPeaeaaTh I0J0KeHe
¢porTa KaK Ha 00paslax, Tak U HA HATYPHBIX KOH-
CTPYKIMSAX B IIHPOKOM IHMAIIa30HE TOJIIHH KCCIIe-
nyembix snemeHToB. OmHAKO BCIEICTBHE OTPAHU-
YEHHON paspemniamlneil Croco6HOCTH MPU YaCTOTE
akycruyeckoro curaana 4 MI't; meTox He mo3BossgeT
ompenenutsh gopmy gpoHTa TperuHbl. IlosTomy B
IaHHOW pabore misa ompemeneHus (PopMmbl (PpPOH-
Ta TPEIIVHBI TPUMEHIIN aKyCTHIECKYI0 MUKPOCKO-
MU0 — METO]] yIBTPA3BYKOBOTO KOHTPOJSA C BBICO-
KO paspemniamniiei CrrocoOHOCThIO.

Pyunoit yavmpaseyxosoii konmpoav (Y3K).
IIpeumyiecTBo Py4HOrO yIBTPA3BYKOBOTO KOHTPO-
g — mpuemsaeMas IPOU3BOIUTENHHOCTh, KOHTPO-
JUpyeMast TOJIIUHA CIOUCTHIX YIIEIJIACTUKOB — 10
15vmm. K memocrarkam MOKHO OTHECTH HHU3KYIO
bpoHTATBHYI0 pa3pemanIny0 CI0COOHOCTh H3-3a
BEJIMYUHBI ANEePTyphl IpeobpasoBarTesei, Comu3Me-
pUMO# € IIUPHUHON 00pasIioB, YTO OrPAHUYHBAET
BO3MOKHOCTH BBIBIEHHA HEPOBHOCTEH (PpoHTA
TpemuH. B manHo# paboTe MCIOIB30BANIH YJIbTPa-
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3BYyKOBOI medexrrockon Sitescan D20 ¢ pasmenbHO-
COBMeIIeHHBIM IpeobpasoBaresiem ¢ pabouei yacro-
toit 4 MI'iy u guamerpom paboueit wactu 10 M.
Paspemenne Y3K merona B sKClIEpUMEHTE COOTBET-
CTBOBAJIO 2 MM.

[IpenBapurenbHy0 HACTPOWKY YYBCTBHUTEIb-
HOCTH IIpubopa IIPOBOIKIN HA 6e3medeKTHON yacTu
obpasiia 1o goHHOMy curHairy. F3-3a OTHOCHTENBHO
0OJIBIIIOTO pasMepa amepTypbl IIpeodpasoBaTelrs
MPU ero TepeMeIeHn BAOJIb MPOJO0IBLHON ocH 06-
pasiia HabIoaaIach TePeX0[HAT 30HA YMEHbIIEHUS
AMIUTUTYAbI 9XO-CHTHAJNA OT TPEI[UHBL. 34 TOUKY
(bpoHTa TPEITUHBI TPUHUMAIN IIOJOKEHUE IEHTPA
mpeobpasoBaresis, COOTBETCTBYIOIIEE YMEHBIIIEHUIO
aMILTHTYIbI 5X0-CHUTHAMA B ABa pasa (6 nb) mo cpas-
HEHHUIO C aMIUIUTYAOM, U3MepeHHON Ha yJaaleHun
6omee 10 MM oOT (ppoHTA B CTOPOHY HAYAIBHOU
TPEeIUHBI.

Axycmuueckas muxpockonus (AM). ¥Yabrpa-
3BYKOBOUM METO]] BLICOKOTO Pa3peIleHus C ABTOMATH-
3UPOBAHHBIM CKAHWPOBaHWEM 00beMa MaTephuaa
obecrieynBaeT MAaKCHMAJIbHO BO3MOKHYI0 (PPOH-
TAIBHYI0 Pasperianiyl CIoco0HOCTs. B maHHOM
HCCIIEJIOBAHUM OH OBbLI MPUMEHEH KAK HKCIIEePTHBIH
merop. IlpeummymecrBom AM sABisgeTCa BO3MOK-
HOCTh BHU3yaJTH3aIlUi BHYTPEHHEU CTPYKTYpPhI KOH-
TPOJUPYEMOT0 MaTepraja Kak B INIOCKOCTIX Ha pas-
Hoii riyomue (C-CKaHbI), TAK W B ITOIIEPEYHOM Ce-
yenuu (B-ckaumbl). Ilpu crkammpoBamum obpasia B
wrockocty X, Y yabTpasByKOBOM sxo-curHan A(f)
COXpaHIeTcs B KaKIOW TOYKe, B PE3yJIbTATe uero
(opmupyeTcsi TpexMepHas aKyCTHUecKas KapTHHA
HCCIIeIyeMOM CTPYKTYPhI, aHAIMN3UPOBATH KOTOPYIO
a(ppekTHBHEE BCEr0 B IPOEKIUAX Ha TpebyeMoi
rnyboune (C-ckan). M3-3a ocobeHHOCTEH CTPYKTYPHI
CIIOMCTBIX YTJIEIJIACTUKOB W BBICOKOTO 3aTyXAHUS
YIBTPa3sByKa B KOMITO3UTHOH Cpefie aKyCTUYeCKas
MUKPOCKOIIHSI WMEeT OTPaHUYEeHHUs 10 KOHTPOJIHU-
PpyeMoii TOIIIHUHE 0 5 MM.

OG6pasIpl uCCaeIoBaIN HA CKAHUPYIOIIEM WM-
MyJIBCHOM aKyctudeckoM Mwukpockone CHUAM-2,
paspaboranaom B UBX® PAH [18 -20], ¢ mo-
MOIIBIO TIHHHO(OKYCHOTO aKyCTHYECKOTO 00BEeKTH-
Ba C HOMHHAJIBHOU paboueir wacroroit 50 MI'm u
anepTypHBLIM yIJIOM JHH3BI, paBHbM 8°. Takue xa-
PAKTEepPUCTHUKHN almaparypbl obecriednBaiu HEoOXo-
OUMYI0 TAyOHWHY TIPOHHKHOBEHWS 30HIUPYIOIIETo
uMmIynbsca B o6pasiet us IIKM u BbICOKOE maTepais-
HOe paspelnenve nsobpaskenuii. [lna obecrneuenus
KOHTAKTa aKyCTHYECKOrO JaTdyuKa ¢ 00pasIoM ¥cC-
MTOJB30BAJIA BOJHO-TEIEBYI0 UMMepCHio. JlaTepais-
HOE paspellleHre aKyCTHUYECKUX H300pasKeHui o0y-
CJIOBJIEHO AHUAMETPOM (DOKATHHOM MEPETS KK B Ma-
Tepuajie ¥ IIIaroM CKaHWPOBAHWS, KOTOPbIE B JaH-
HoM caydae cocraBuau 60 u 100 MKEM COOTBETCTBEH-
Ho. Ilomokenwe w cpopma (ppoHTA TPEIUHBI
orobpaxanuck Ha C-ckaHax B quamnasoHe OT 3 10
3,5 MM 110 TIIyOHHE.

PeSyJIBTaTI:I HCCJIeJOBaHUA

Ha puc. 3 npencrasnensr uzobpaskenus (C-cka-
HBI) TPEIHUH B Tpex 00pasiiax, moJyueHHbIX Ha 3Ta-
e 1 (packnmuHuBanueM) u drtame 2 (caBUTOM). JIu-
HUS (PPOHTA TPENIVH, MOJIyYeHHbIX Ha drame 1, y
O0JIBIITMHCTBA 06PA3II0B ObLIa TIAIKOM, 6e3 U3JI0MOB
(cMm. puc. 3, ). Ha srame 2 y Tpex o0pasiioB JIHHUS
¢poHTA TpEIINH OCTaTIach POBHOM, a y I1ecT 06pas-
[I0B IpHHsIa 3ybuaTyio dopmy (cMm. puc. 3, 6) ¢ Ko-
JudecTBOM 3y0I[0B OT Tpex mo muATu. llosBrenue
3y0II0B, BO3MOXKHO, CBI3AHO C HAJTWYHEM 3aIIOTHEH-
HBIX OTBEPIKIEHHBIM CBA3YIOIIUM IIPOMEKYTKOB Me-
Ay apMmupyomumu jgenrtamu B ciaoax [TKM. Ha
C-craue (cMm. puc. 3, 6) 3TH MPOMEKYTKHM BBITJISAAAT
KaK TeMHbIE II0JIOCHI, IIPOTAHYBIITHECH IapajieIbHO
OOKOBBIM CTOpOHAM obpasna.

Ha C-cranax 0603Ha4eHbI TPAHHUIIBI 00PABIIOB U
(bpOHTHI TpemyH, Ha KOTOPHIX OTMEYEHBI IMIATh TO-
YeK JIJIA OLIEHKH IT0JI0KEeHUs d(PPeKTUBHOTO PPOHTA
TPEIUHBI B COOTBETCTBUH C PEKOMEHIAIIMIMU CTaH-
Japra UCIbITAHUH. OPQEKTUBHBIM (PPOHTOM Tpe-
II[UHBI HA3BIBAETCS JIUHUSI, MTEPIeHIUKyIsApHas 60-
KOBBIM CTOPOHAM 06pasIia, Mpu 9TOM ILIOIIAAM Tpe-
[[[AH, OTPAHUYEHHBIX PeaTbHbIM U 3(PPEKTHBHBIM
(bporTamu, paBHbl MexLy co6oit. Ilarh Touek, mo
KOTOPBIM OIIPEENSIN I0J0KeHe (PPOHTA, PacIo-
JIATAJIUCH HA OJUHAKOBOM PACCTOAHUHU APYT OT IPY-
ra. ITonoskenne (ppoHTa TPEIIMHBI U3MEPSIH DIIEK-
TPOHHBIM HHCTPYMEHTOM IIPOTPAMMHOM 0GOIOYKH
aKyCTHYIECKOTO0 MHUKPOCKOMA ¢ TOUHOCThIO +0,05 MM.

Pesynwrarel ompeneneHus momokeHus 3ddex-
TUBHOTO (PPOHTA TPEIIUH I/ JeBATH 00pasiioB Ha
IByX dTamax ucusitanuii merogamu ¥ SK u AM npu-
BeleHbl B Tabmuie. PasHOCTh CpemHUX II0 JE€BITH
obpasramM B3HAYEHHWH TOJOKEHUA 3(PPEKTUBHOTO
¢porTa TpemwmH, ompenenenubix Y3K u AM, ma
srame 1 cocraBuna 1,6 MM, a Ha srame 2 — 2,5 MM,
49TO cOOTBETCTBYET 5 1 8 % oT 0011elt cpeaHed nyu-
HBbI TPEIIWHBI, paBHOU 35,4 MM, IIpH CTpPaArWBaAHUU
(CTO LAT'M). Ha srame 1 cpegHee 3HAYEHHE I10JI0-
sKeHus (poHTA TpeIuHbl, ompenenenHoe Y3K,
ObLTO OoJIbIlle, yeM ycTaHoBiIeHHOe MeTomom AM, a
Ha srare 2 — HaobOopOoT.

Bo3MOKHO, OT/IHYME BO3HHMKIO H3-32 PAa3HOIO
YPOBHS MOTPEIIHOCTH M3MEPEHUs ABYX METOIOB: BO
BTOPOM CJIy4yae 4yBCTBUTEIBHOCTh ¥ SK matumka He
MTO3BOJISIJIA PETUCTPHUPOBATD CUTHA OT M3PE3aHHbIX
KpaeB (PpOHTA TPEIIHMHBI, [I09TOMY JIHHHUIO (PPOHTA
OTIPEeISAIN 110 MUHUMANBHBIM IIOJOKEHUIM DTOMH
KPHWBOM C yY4eTOM CHCTEMATHYECKOM IOTPEeITHOCTH
MeTo/a, KOTopas B JaHHOM ClIydae OKas3aiach MeHb-
1Ie M3JI0MaHHOCTH JIMHUH (poHTa. B ciyyae Goee
ITagKoro (PPOHTA H3MEPEHHUS 3aBUCAT TOJBKO OT
crucTeMaTu4yecKou ormubku, Koropad mid Y 3K 60ib-
e, Bo3MOKHON MPUYMHON OTIMYMUSA MOKET ObITh
pasHuna B crocobe 00pasoBaHUs TPEIIMHBI — Pac-
KJIMHUBAHUE UJIU CI{BHUT.
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Puc. 3. Axycruueckue nzobpaskenwns Tpeniunbl (C-ckaubl) Mesxay 16-M u 17-M ciaoamu B 06pasiiax yIiierIacTHKOBOTO JJaMUHATA

Ha sramne 1 (a) u sTamne 2 (6)

Fig. 3. Acoustic images (C-scans) of the cracks at the interface between 16 and 17 layers in CFRP samples: a — step 1, 5 —

step 2

BaskocTs paspyiieHud onpenenain Kak

G - 3mPla?®
e = gp
r7ie @ — TO3UIUA (PPOHTA TPEIUHBI OTHOCUTEIHHO
OIIOP HCIIBITATEILHON MAIIUHBI, b — IIupUHA 006-
pasta; P, — Harpyska Ipu CTPATMBAHUU TPEIHUHbI,
ompesiensgeMas B 00J1aCTH ITepexoa K HeTUHEHHOMY
y4acTKy KpUBOH Harpysenmsa;, m = 877107
1/(H - Mm?) — kosddumenT, KOTOPBIA HAXOMWIA
SKCIIEPUMEHTAIBHBIM IIyTEM Yepe3 3aBUCUMOCTbD I10-
IATIIUBOCTY OAJKH C PACIIEIUIEHUEM OT IIOJIOKEeHUS
dporra C(a) = Cy + ma® (Cy — mogaTimBoCcTh He-
paclienyieHHOM IUTacTuHKY O0askn) [8, 16].

Ilo uamMepeHHBIM IMOI0KEHUIM (PPOHTA TPEIUH
OTIpEeJIeNISIIN BASKOCTE paspyurenus Gy, I KaKI0-
ro U3 IeBATH 00pAa3IOB U CpeHee 10 BceM obpasiam
3HaUYeHue Ha KawaoM stane — Gy.. B Tabnume opu-
BelleHbI OTHOCUTEIbHBIe 3HAaYeHuA (/G HA KaxK-
nom srare. Pazuuna mexay suadenusvu Gy, TOIy-
yenubiMu MeTogamu ¥ 3K u AM, ma srame 1 cocra-
Buna 1,2 %, ua stame 2 — 0,6 %.

Ilo pesynbpraram aHanusa He BBIABIEHO BIIHUA-
HHsST (POPMBI (PPOHTA TPEIUHBLI HA BEJIHIHHY Bs3-
rkoctu Gy,. Cpemmee mo Bcem obGpasiiaM 3HaueHHE

Gy 1711 06pa30BAHHOM PACKIMHUBAHUEM TPEIHHbI
Ha drare 1 okazamock Ha 6 % menbiie, uem Gy, AL
TPEIUHBI, 00PA30BAHHON CABAIOM HAa JTame 2 IpH
COOTBETCTBYIOIINX K03QPUIIMEeHTAaX BAPHUAIINN 3HA-
yennii Gy, paBubix 10 u 11 %.

IIpu ompenenmenuu mono:xeHus 3(PEHEKTUBHOTO
(poHTA TPEITUHBI UCCIECOBAIN BIAUIHIE KOJTHIECT-
Ba TOYEK Ha (PPOHTE HA OIpefessgeMble 3HAUEHHS
G, — BMECTO TATH TOYEK, PEKOMEHOBAHHBIX II0
CTaHAAPTY WCHBITAHUM, OBLIH BHIOPAHBI IEBATH JK-
BUAUCTAHTHBIX TOuek. [lia mccmenyeMbIx 06pasiioB
MaKCUMAaJIbHOEe Pas3indue B MOJOKeHUU 3PPeKTHB-
HOTO (ppPOHTA, PACCIUTAHHOE II0 JAEBATH U IIATHA TOY-
kam, cocraBmio 0,7 mm. CooTBeTcCTByIOIIlEE pPa3IIH-
yne Gy, cocrasmio 0,14 %. Pesynbrarsl mokasaim,
YTO yBeIWYeHHe KOJIMYeCcTBa TOUYEK IJIA OIpejese-
uus G, CBepX PEKOMEHOBAHHOTO 3HAYEHUS Helle-
J1ecoo6pasHo.

Meromamy akKyCTH4YECKOH MHKDPOCKOIHU BBIAB-
JIEHO, YTO B IIPOI[ECCE POCTA OCHOBHOTO Je(deKTa B
oowemuoit crpykrype IIKM moryr BO3HHKATh [0-
IIOTHUTEIbHBIE OTCJIOEHUA B COCETHUX MEKCIOEBBIX
3oHax (puc. 4). [Ipu sTom suauenue Gy, 1/ TaHHO-
ro obpasiia TpPaKTUIEeCKH HE OTINYAIOCHh OT BEJIH-
guH Gy, 718 IPYTUX 00pasIioB.
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Puc. 4. Axycruueckue uzobpaxenus (C-ckaubl) obpasiia yrieiacTuka Ha rpauuie 15-ro u 16-ro (a), a Taksxe 16-ro u 17-ro (6)
ci1oeB (OCHOBHOU 1e)eKT): TPAHUITBI 00pasIia 0603HaAYEHbI TOPU30HTAIbHBIMHY JIMHUIMHE; OBAJIOM BbIJejIeHa 061acTs nederra (D)

pasmepom 4 X 9 MM

Fig. 4. Acoustic images (C-scans) of the CFRP sample at the interface of 15 and 16 (a), 16 and 17 layers (b) (the main defect).
The boundaries of the sample are indicated by horizontal lines. Oval indicates the area of defect (D) 4 X 9 mm in size

3akJaroueHue

IIpencraBnennl pesyabTaThl HCCAETOBAHUN 10
METOIUEKE OIpEeeIeHus BA3KOCTH PA3PYIIeHUs II0
mope casura Gy, Ha 00pasiax 6e3 HHUIUATOPA Tpe-
IIUHBI C WCIIOJb30BAHHEM METOHa aKyCTHIeCKOH
MUKpOCKomuu. SHaYeHus Gy, OIPemessin IJjsi Tpe-
II[AHBI, 06PA30BaHHOM CIBUTOM, IIyTEM HATPY/KEHUS
B YCJIOBHUSIX TPEXTOUEYHOTO U3THOA TIOC/Ie PACKINHH-
BaHUS.

[Tokasamo, 4YTO MeTON WMITYJIBLCHOH aKyCTHUe-
CKOM MHUKPOCKOIITHH II03BOJISIET OIPEIeNIATh II0I0MKe-
HUe (DPOHTA TPEIIUHBI B 00pasiax M3 yrielIacTHKa

Ha riyoune 3,0 — 3,5 mm ¢ paspemrerueMm 100 MEM
mpu 4dactore 3oHaupyomero uamydenud 50 MI'm.
B xome pKcriepuMeEHTOB yCTAHOBJIEHO, YTO OTINYHE
cpenuux 3HaueHuH Gy, ONPEIETeHHBIX C IIOMOII[BIO
CTAaHIAPTHOIO YJAbTPa3ByKoBoro KoHTposs (4 MI'm)
U MEeTO/a AaKyCTUYeCKOM MUKPOCKOIIMH, He IIpe-
Boeimraer 1,2 %. Jlnda wmcciaeqyeMbIx KOMIIO3UTHBIX
obpasioB Habaomanach pasHoobpasHas ¢opma
(bpoHTa TpEmMHBI KAK UCXOJHOM MPU PACKINHHBA-
HHUU, TaK U [0 Mepe ee jgambHedInero pocra. 1lpu
9TOM COOTBETCTBYIOIAA BelwdnHA BA3SKOCTH Gy, Ha
KaKIOM M3 DTAMOB CyIIECTBEHHO He H3MEHSIach;
no-puguMoMy, mapamerp (. He 3aBHCHUT OT U3-

Ilonmoxenue apperTrBHOTO PPOHTA TPEIIWH st 00PA3I0B YIVIEIIACTHKA IPH PACKIMHUBAHUN U MPOPAIIUBAHUY (3HAYCHUS
IUTS B3KOCTH PA3pyUIEHUs MOIYIeHbI [0 Pe3yIbTaTaM aKyCTHIECKON MUKPOCKOTIIH)

Position of the effective front of the crack for CFRP samples during wedging and sprouting (values for fracture toughness were

obtained using the results on acoustic microscopy)

9ran 1 dram 2
Ne o6pasma IMonoxenue adpderTus- Baskocrs paspy- IMonoxenue sdpdexTus- Baskocrsb paspy-
HOTO (bpoHTA @', MM mennsa G, /Gy, HOTO (PPOHTA @', MM menna G /Gy,
Y3K AM AM Y3K AM AM
1 28 29,0 1,06 69 69,9 1,09
2 36 34,3 0,94 60 62,2 1,03
3 36 34,2 1,18 64 66,7 0,90
4 35 32,7 0,94 60 62,2 1,09
5 37 34,2 1,00 62 65,1 0,96
6 36 34,2 1,03 62 65,7 1,14
7 42 39,4 0,78 69 71,5 0,88
8 35 33,5 1,07 69 71,1 0,89
9 34 32,7 1,00 60 63,6 1,00
Cpennee sHaueHue 35,4 33,8 1 63,9 66,4 1
Koaddunuenr sapuaruu, % 10 8 11 6 5 10
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JoMaHHoCTA (PpoHTa TpemuHbl. OIBITHI TOKA3AIIH,
9TO 711 60JIee TOYHOTO HAXOKIEHUA OJI0KEeHUA d(-
ekTrBHOTO (PPOHTA TPEUMIMHBI IIPU OIMPENeIeHUN
Gy, yBETIMYEHNE YHCIIA TOUYEK BbIlle PEKOMEHI0BaH-
HBIX CTaHAapTaMu HerenecoobpasHo. Merogamu
aKyCTHYECKOH MHKPOCKOIIMH BBIABIEHBI 0COOEH-
HOCTH PAaCIpOCTPAHEeHHUsI (PPOHTA TPEITUHBI IIPU ee
pocre B ycinoBusx caura. Beicokoe pasperienre me-
TOZA TO3BOJAET HAOIIOAATH ANHAMUKY HU3MEHEHHUT
dopMBI (ppoHTA TPEIIUHBI U MCCIEI0BATH MEXaHU3-
MBI PACIPOCTPAHEHUST TPEIIUH B KOMITO3UITHOHHOM
Marepwuae.

BaaromapuaocTu

Pa6ora BpimosiHeHa Ipu (DUHAHCOBOMH ITOIIEPIK-
ke Munucrepersa oOpasoBaHus u Haykw Poccuii-
cxoiit denmepariuui B COOTBETCTBUH C COTJIANIEHUEM
Ne RFMEF162518X0044. ABTOpBI BBIpAXKAMT TJIy-
6oxyro 6marogapuHocTh MHAycTpransHOMY AapTHEPY
pabotrer — ITAO «HpryT».
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YCTPOMCTBO /11 HCIILITAHUI MATEPHAJIOB
HA TPEHUE U U3HOC

© Bukrop EdbumoBuu Peabkunl, IOpuit Cepreesnu TradeHkol,

IIaBen Oaerosumu CyxomaeBl*, Anekceit UBanoBuu Jlamkunl,2

1 Cubupckuii dpenepanbubliii yausepcurer, Poccust, 660041, r. Kpacuospck, mp. CBoboxusiii, 79; *e-mail: entro34@gmail.com
2 Ormen MoJIeKyIApHOUM saekTpouukn Penepanbproro uccienosareabekoro Lenrpa «KpacHosapckuit Hayunbiit meutp Cubupcko-
ro ormenenus Poccuiickoi akameMuu HayK», Poccus, 660036, r. Kpacuosipck, yia. Akagemropomok, 50.

Cmamuvs nocmynuaa 10 dexabps 2019 2. Ilocmynuaa nocae dopabomru 20 ¢espans 2020 .
IIpunsama k nybaurayuu 28 anpeas 2020 2.

Paspaborano ycrpoiicTBo (MamnHa TPeHws) U1 UCIIBITAHNS MATEPHAJIOB Ha TPEHUe U H3HAIIIN-
BaHWe, OTJIMYAoNieecss KOMIIAKTHOCTHI0O M IIPOCTOTOH KOHCTPYKITHH. ¥ CTPOMCTBO IIpeIHa3Ha-
YEHO [JIA OIpeesieHHs HW3HOCOYCTOHYHMBOCTA M KOD((HUIMEHTA TPEHUA KOHCTPYKI[MOHHBIX,
(bPUKITHOHHBIX ¥ aHTHU(PUKIIMOHHBIX MATEPUAIIOB, & TaKKe TPHOOIOTHIECKUX XapaKTePUCTHK
cMa304HbIX MaTepuaioB. CucreMa M3MEpPEeHNS MAIIUHBI TPEHUA BKIOYAET B Ce0d IIPYKUHHBIHA
BUHTOBOH U ILUIOCKUU CIIMPATILHBIN YIPYTHE 3JIEMEHTHI, COBMEIIEHHbIE B OZHOM y3Iie, U IIpef-
HaszHAYEeHHbIE [JII U3MEePEHUs HOPMAIbHOU CHJIbI M MOMEHTA CHIbI TPEHHUSI COOTBETCTBEHHO. B
Ka4yecTBe BHEIIIHETO IIPUBO/IA YCTPOMCTBA MOTYT ObITh UCIIOIH30BAHBI METAJUIOPESKYIIIFE CTAHKH.
MarmwmHa TpeHus onpoboBaHa IPU U3MEPEHNH NHTEHCHBHOCTH M3HOCA M BEJIMIHHBI KOd(rim-
eHTa TpeHus obpasuos uyryna mapku CU20, natysu Mapku J163, TEXHIYIECKOTO ATIOMUHAT Map-
ku A7, a Takixe MOTUDUIMPOBAHHOTO amoMUHNA A7 ¢ TOBBIIIEHHBIMU MEXAHUIECKIMHU XapakK-
TepucTHKaMu. VICIBITaHUS MaTepHaOB IMPOBOAWIN B IIape ¢ KOHTPOOPA3I[OM M3 3aKAI€HHON
cranu 95X18 no cxeme II1ap-KOIBI0 B PEIKUME CyXOTO TPEHUA U B PEKUMe TPAHUIHOM CMA3KHU C
HCIOIb30BaHUeM HHAYcTpuanbHoro Macia M-20A mpu HopmansHo# Harpyske 50 H u nuneitnoi
cropocru B 30He KoHTakra 0,5 M/c. Benmmunmay msHOca 00pasIjoB OLEHWBAIM 10 yYeTy IOTEPh
Macchl. PesynbpraTsl n3aMepeHnil XapaKkTepru30BaIuCh JOCTATOYHOM TOYHOCTHIO M BOCIIPOMU3BOIU-
MOCTBIO. ¥ CTAHOBJIEH MHTEHCHUBHBIN M3HOC JIATYHH IIPU 33JaHHOM HCIIBITATEIHHON HArpysKe.
HcnbiTanua aqioMHHEEBBIX 00PA3I0B, MOTU(PUIIMPOBAHHBIX YILTPAIUCIIEPCHBIM aIMa30rpa-
¢uroBbmM mopomrkom YJIII-AT", mosy4aeMbIM U3 B3PHIBUATHIX BEIIECTB, IIOKA3ATIHN YIIydIlIeHHE
TpuOOIOTHYECKUX XapakTeprucTuk Ha 10 — 18 %.

KiroueBble cioBa: U3HOC; TPEHUE; CMA3Ka; KOI(P(IHUIIMEHT TPEH)s; MAIIIMHA TPEHUs; UCITBITA-
HHe; MOAU(UITHIPOBAHHE.
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A compact and simple in design device (friction machine) for testing materials for friction and wear is de-
veloped. The device is intended for determination of the wear resistance and friction coefficient of struc-
tural, frictional and antifriction materials, as well as the tribological characteristics of lubricants. The
measurement system of the device includes spring helical and flat spiral elastic elements, combined in one
node and designed to measure the normal force and friction torque, respectively. Metal-cutting machines
can be used as an external drive of the device. The friction machine was tested when measuring the wear
rate and the value of the friction coefficient of the samples of cast iron SCh20, brass L.63, technical alumi-
num A7, as well as modified aluminum A7 with improved mechanical characteristics. The materials were
tested in tandem with a counter-sample made of hardened steel 95Kh18 according to the ball-ring scheme
in dry friction mode and in boundary lubrication mode using I-20A industrial oil at a normal load of 50 N
and a linear velocity in the contact zone of 0.5 m/sec. The wear degree was estimated by the weight loss.
The obtained results are characterized by the sufficient accuracy and reproducibility. A severe wear of
brass is observed at a given testing load. Tests of the aluminum samples modified with ultrafine dia-
mond-graphite powder UDP-AG obtained from explosives showed an increase in the tribological charac-
teristics by 10 — 18%.

Keywords: wear; friction; lubricant; friction coefficient; tribometer; testing; nanomaterials; modification.
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BBenenune

Tpenne — ofvH U3 IIABHBIX (PAKTOPOB, IPUBO-
AKX K U3HOCY 000PYZAOBAHUA U JOTIOTHUTEIbHBIM
sueprosarparam. Ilo omenram, 23 % morpebisgeMot
SHEPTUUM B MHUpPE IPUXOIUTCA HA TPEHHE, U3 HUX
20 % — Ha tipeononenue TpeHUdI u 3 % — Ha 3aMe-
Hy 000pyIOBaHUsA, OTKA3aBIIETO H3-3a TPEHUA U
Ipyrux cBazaHHbIX ¢ HuUM npuyunH [1]. CoBokym-
HOCTB 3aTpaT Ha IPeo[0JIeHne TPeHUuA U U3HO0Ca, 3a-
MeHy WM3HOCHBIIUXCA JETAJeH, a TaKKe CHIKEHUE
a(pperTUBHOCTH pPabOTHI MAIIIMH MOKET COCTABJIATD
10 9 % BBII paseutsix cTpan®. Mepsl o mpeojoe-
HUIO TPEHUA U U3HOCA, IPUMEHIeMble B HACTOAIIEe
BpeMs, O3BOJIAIOT COKPATUTD 3TH 3arparsl HA 1,0 —
1,4 % [2].

IIpu cozpanuu y3710B TpeHUA C BHICOKUM PECYp-
coM paboThl, HANEKHOCTH KOTOPBIX OTPAHHYUBAET
CPOK CIIy:KOBI MEXaHW3MOB, MUMEIOIIUX IOBUKHbIE
COTIPSIKEHUs, KJII0UYeBOe 3HAUYEeHWEe WMEIOT HCIIbITa-
HUS Ha TPEHWEe W U3HOC, OIpe/esIaolre BEI60p Ma-
TepUanoB, U3HOCOCTOMKUX IOKPBITHIH, KOHTPOIb Ka-
YeCTBA W ONTHUMHU3AIUI0 TEXHOJIOTHH U3TOTOBICHUS
mmap TPeHus.

g mpoBeeHys UCOBITAHUH HA TPEHHE U W3HA-
IIUBAHUE UCIOIB3YIOT, KaK IIPABUIIO, CIIEITUATBHbIE
MAIIWHBI TPEHUA — TPUOOMETPHI, C TIOMOIIBI0 KOTO-
PBIX B 1a60PATOPHBIX YCIAOBUAX PETUCTPUPYIOT AAH-
Hble 00 AHTU(QPHUKIIUOHHBIX, IPOTHBOU3HOCHBIX H
aHTU3aMUPHBIX CBOMCTBAX HCIBITHIBAEMBIX MaTe-
pHasioB, a TakxKe MOMEIUPYIOT YCIOBHUSI PaboThI pe-
aTbHBIX Tap TpeHHA. HoaudyecTBO MyOIUKyEeMBbIX
crareli W TATEHTOB TMOKA3bIBAET, YTO WHTEHCHB-
HOCTH pas3paboToOK B 00JaCTH CO3[aHUSI TPUOOMET-
POB B IIOCJIETHUE TECATHUIETHUA COXPAHAETCA BBICO-
KO BO BceM MUpe. ITO CBI3aHO C HEIIPEPHIBHBIM I10-
SIBJIEHHEM KOHCTPYKITMOHHBIX, (DPUKIIMOHHBIX, aH-
TU(PPUKIMOHHBIX U CMA30YHBIX MaTEPHUAJIOB, 00a-
JAIOIIUX HOBBIMU CBOMCTBAMH, KOTOPHIE ITO3BOIAIOT
y2KecTo4aTh yCIOBUS PabOThI Y3/I0B TPEHUS (IOBBI-
1IaTh HATPY3KHU U TeMIEPaTyphl, paboTark B arpec-
CHUBHBIX Cpefiax), W AEMOHCTPUPYIOINX HEeIUHEeH-
HbI€ 3aBHCHUMOCTH TPHUOOJIOTHYECKUX XapaAKTEPH-
CTHK OT IIapaMeTPOB SKCILIYATAIHH.

AKTyanbHOCTh CO3ZIAHWS HOBBIX TPHUOOMETPOB
CBfA3aHA TAKKe C HEOOXOAMMOCTHIO BOCIPOU3BOIUTD
YCIIOBHUSI TPEHUS HA COBPEMEHHBIX BBICOKOTEXHOJIO-
THYHBIX 00BEKTaX, TAKUX KAaK MEKIyHAPOMHBIN DKC-
IIepUMEHTATbHBIN TepMmoAnepHbiii peaktop ITER
[3], peakTopbl pasMHOKHUTENH [4], a Takxke B yCIO-
BUIX KOcMoca [5] u cBepxXHU3KHUX TeMIreparyp [6].

Kpome Toro, mocrosHHAT MHUHHUATIOPU3AIHAA
IBIKYIIMXCA YacTed TPHOOCOIpsKeHUi, BCTpeda-
FOIUXCSA B TOM YUCJIE B MUKPO- ¥ HAHOJJIEKTPOMeXa-
augeckux cucremax (MOMC u HOMC), raoe 3a cuer

3 Jost P. Tribology — from Basics to Productivity and Emp-
loyment / Opening speech at 5t World Tribology Congress
(WTC-2013). — Torino, September 8 — 13, 2013.

MajbIX PasMepoB CHUKAaeTCd WHepIus U yBelIudu-
BaeTcd yAelbHAas IIOBEPXHOCTH JeTajeid, IPUBOIUT
K CyIIEeCTBEHHOMY yBeJIW4YeHHIO M3HOCA, YTO 3HAUH-
TEJIbHO TOBBIMIAET TPEOOBAHUA K WCIIOIB3YEeMbIM
MaTepuaiaMm u Tpubomerpam [7].

IIpu co3manuy ManIuH TPEeHU HA IIEPBOE MECTO
BBIXO/IAT TAKWe WX CBOMCTBA, KAK IIPOCTOTA KOHCT-
PYKIIUH, SKOHOMHUYHOCTH W YHHUBEPCAIBHOCTbH, IIO-
3BOJIAIONINE UCIIBITHIBATE IIUPOKUU KPYT MaTepHa-
JIOB, CMA30K ¥ TMOKPBITHH IPH Pa3IudIHbIX PopMax,
Macce U OTHOCUTEIbHBIX PACIOIOKEHUAX 00pasIioB.

B nmamnoit pabore mpejaraercs MamwHa Tpe-
HUSA A9 TPUOOTEXHUIECKUX HCIIBITAHUM KOHCTPYK-
[IUOHHBIX, (DPUKITHOHHBIX, AaHTHUPPUKIIMOHHBIX CMa-
304YHBIX MaTePUAJIOB U IOKPBITUN HA TpPeHUEe U U3-
HOC B Pa3IHYHBIX pekuMax u ycnoBuax. [Ipocrora
KOHCTPYKITUM YCTPOHCTBA M BO3MOKHOCTH ITPHCIIO-
COOUTH €ro Il HUCIBITAHWH NPAKTUIECKU IIOJ JIIO-
60#l CBEPIMILHBIN, PaTAATHHO-CBEPIWIbHBIA WIN
(bpesepHBI CTAHOK MO3BOIAIOT MOMYIATH HIUPOKUH
CHEKTp HeOOXOAMUMBIX TPUOOMEXaHWIECKUX Xapak-
TEePUCTUK MaTepHaloB C MaKCHMAaJIbHOU OIIepPaTHB-
HOCTBIO ¥ MAJION TPYA0EMKOCTBIO.

Onncanue yCTaHOBKH

YeTpoicTBO Iy M3MEpeHus TPeHus U W3HOca
CKOHCTPYHPOBAHO HA OCHOBE 3aIIATEHTOBAHHOHN Ma-
IUHBI TpeHus:. B OpUTrHHAIBHYI0 KOHCTPYKITHAIO
ObLIM BHECEHBI W3MEHEHHS CHCTEMbI H3MEpPEeHUS
CUJIBI TPEHUS 38 CUeT UCIIOIH30BAHUSA IIJIOCKOM CITH-
PAILHOM MPYKUHBI M CIrocoba (purcamuu o0pasIos,
M03BOJIAIOIIET0 IIPOBOIUTH H3MepeHus 06pasIioB
pasnuuaHoi reomerpun. CxeMa yCTaHOBKU MIpUBEE-
Ha Ha puc. 1.

Marmuza TpeHus BKIOYAET OCHOBaHuUE I ¢ ycra-
HOBJIEHHOM Ha HeM CTOHKoU 2, maardopmy 3, Ha KO-
TOPOH pacmoioxkeH obpaser; 4, Ban (IINHHAENH
CTaHKa) C IPHUBOJOM BPAIIEHUS U 0CEBOT0 €ro mepe-
MereHus (Ha YepTeske He MOKA3aHBI) C pa3MeIleH-
HBIM B HEM JIEPIKATENIEM 5 U 3aKPEILIEHHBIM KOHTP-
obpasom 6. Ilmarcdopma 3 cHabkeHa Harpasiid-
IOIMM XBOCTOBUKOM 7, HA KOHI[E KOTOPOTO BBITOJI-
HEH TIPOIOJbHBIN 1a3 8, yCTAHOBIEHHBIM B BEPXHEM
9 u HmxHeM 10 MOAIIUITHUKAX C BOSMOKHOCTBIO €T0
BEPTUKAIBHOTO CKONB3AIIEr0 IE€pPeMeIleHus II0
BHYTPEHHHMM KOJIBIIAM TIOAIIUITHUKOB. Ha BepxHeM
TIOIIIUITHUKE 9 PACIIOIOKEHO OIIOPHOE TOBOPOTHOE
koab1o 11. Mexny miardopMoii 3 1 OOPHBIM IIOBO-
POTHBIM KOAbLIOM 1] pasMelieH y3ela HArpy:KeHHd
00pasIioB, BHIMOJIHEHHBIH B Bue HPYKUHbI 12, Wa-
MEepEeHUe CHUJIbI TPEHUS MEKIY UCIBITEIBAEMBIMH 00-
pasiaMu OCYIIECTBIAETCA C IIOMOIIBI0 ILIOCKOTO

4 TTar. 111660 P®, GO1 N3/56. Mamuua tpeuus / Trauen-
ko 0. C., Penprun B. E., lllenkanos C. U., Mumuu A. A.;
3afgBUTENb W mareHtoobaanarens Cubupckuit denepanb-
Hbid yuuBepcurer. — Ne 20112881/28; saasm. 12.07.2011;
omy6. 20.12.2011. Broa. Ne 35.
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Puc. 1. Cxema ycraHOBKH

Fig. 1. Scheme of the device

CIIMPATBLHOTO YIPYToro 3jieMeHTa 13, yCTaHOBIIEH-
HOTO B I1aszax ocHoBauus I u xBocroBuka 7. Cucrema
M3MEPEeHHUsA CUJIbI HATPY;KEHUA BBIMOJHEHA B BUJE
JUHEeHHON MmKanbl 14, pa3MelleHHON Ha CTOHKe 2,
a cucTeMa M3MepeHUsd CHJIbI TPEHHUS — B BHJIE YTIJIO-
BOU mIkamel 15, Haxodelica Ha cToiike 2. [Tokasa-
HUA 10 JUHEWHOHN 14 u yrioBo# 15 ImKamaMm OTCUH-
TBHIBAIOT IO ABYXCTOPOHHEMY CTPEIIOYHOMY WHIUKA-
topy 16. Ilmardopma 3, B cBOIO 0uepenn, cHAOKEHA
mrudpramu 17 u 18 s ycranoBku obpasia 4 u 6yp-
THKOM 19, 00pasyoiuM MaciasaHy0 BaHHY. Y IPyTHil
ajieMeHT I3, yCTAHOBJIEHHBIH B IIOIIEPEYHOM IIA3Y
ocHOBaHMS I ¥ Tasy XBOCTOBHKA 7, (PUKCHUPYETCS
CTOIIOPHBIM KoJIbiioM 20.

Marmuza TpenHus paboraer ciexyionuMm obpa-
3oM. B ruesne mnargopmbl 3 ycraHaBnuBaoT obpa-
ser; (korTpobpaserny) 4 Ha mwrtudTer 17 u 18 aubo
OJIOKMPYIOT ero MexIy mTudramu, a B ep:kareine 5
3aKpeIIAIoT KoHTpoOpaser (obpaserr) 6; mpu HeoO-
XOJMMOCTH HCCIIELYIOT CyXO€ TPEeHHE, B MIPOTUBHOM
cIy4ae BaHHY 3amojHAIT MacioMm. llocpexncrtBom
BEPTHKAJIBHOTO TIepPeMeIl[eHusI Bajia BMecTe C Jep-
sKareneM 5 moBOAAT obpaser] 6 10 KOHTAKTHOTO CO-
MPUKOCHOBEHUA ¢ KOHTpoOpasmom 4. [lansuedmum
BEPTUKAJIBHBIM II€peMelleHneM JepiKarend 5 me-
dopmupyior npy:xuHy 12 y3aa HArpy:KeHHUI [0 Tpe-
OyeMol HArpy3KH, OTCYHUTHLIBAEMOM II0 JIMHEHHOMH
mkane 14 u JByXCTOPOHHEMY CTPEIOYHOMY WHIWKA-
Topy 16. YCcTaHOBHUB HEOOXOAMMYIO HATpPy3Ky, Bal
BMecCTe C Jep:KareneMm 5 xecTko (urcupyoor. [lpu
nedopmarnuy npy:RuHbI 12 miardgopma 3 ¢ HAIpas-
JIAIOIUM XBOCTOBHUKOM 7 TIepeMelliaeTca BHU3, IIPU
9TOM HIPOAOJBHBIN a3 8 XBOCTOBUKA CKOJB3UT IIO
yIpyromy saeMeHTy 13, HaxXO/ACh B IIOCTOSHHOM 3a-
[EIVIEHUH. 3aTeM BKII0YA0T IPUBOJ BpAaIeHUT
Bajia BMecCTe C aep:xareneM 5 u obpasiom 6. Bosuu-
Kalolas Cujia TPeHHUs MeKAY UcCaefyeMbIMU 00pas-
[[aMH 3aCTaBJsAeT IaTqopMy 3 IIOBOPAYHUBATHCS BO-

KpPyT CBO€# ocH ¥ 1e)OPMHUPOBATH YIIPYTHH SJIEMEHT
13. Ilpu srom BenmmumHAa medpopMariuu PUKCHPYETCS
II0 YIJIOBOH mIkaje 15 ABYXCTOPOHHUM CTPEIOYHBIM
uHaukaTopoM 16. Ilo mokasaHusM, CHATHIM C JIH-
HEWHONM M YIVIOBOU IIIKAaJ, OIPeNedioT XapakTe-
PHUCTHUEN HCCIEAyEeMbIX 00pasIioB JU0O0 CMa30YHBIX
MaTepHUasoB.

Ilnockaa coupanbpHas Opy:KHHA 00ECIeIHBAET
JWHEHWHY0 3aBHCHMOCTh yIJIa IIOBOPOTAa ILIaTdOp-
MBI OT MOMEHTA CHJI TPEHUd, 4YTO YIIPOoIlaeT usMepe-
HUA U I'PafyUPOBKY YTJIOBOU IIKAJbI.

Paspaborannas mamwHa TPEHUS OTIAYAETCS
CIeAYIONAMH TIPEUMYyIeCTBAMHU IIepel aHaJIOTHY-
HBIMHU 00pa3Iamu:

1) UIMPOKHM CIIEKTPOM HCHBLITAHUMA HA TPEHUE U
H3HalIuBaHUEe IIPU pPasjindHbIX TeOMEeTPHYEeCKHuX
cxXeMax PacIoIOMKeHus 00pasIoB ¥ KOHTPOOPA3IIOB;

2) IIPOCTOTOM UCHOJHEHUS U BO3MOKHOCTBIO HC-
MMOJIb30BAHUS MPUBO/IA METAUIOPEKYIINX CTAHKOB,
WMEIOIUX YPEe3BBhIYANHO JKECTKHE KOHCTPYKIUU
CTaHUH, YTO 00eCIIeYNBaET BHICOKYIO HAEKHOCTD U
MT03BOJISIET CYII[ECTBEHHO CHU3UTH CTOUMOCTh MAIITH-
HbBI TPEHHS;

3) MCHOIb30BAHHEM MAIOra0apUTHBIX 00PA3IOB
¥ KOHTPOOpABIOB, YTO CHIKAeT 3aTpaTbl Mare-
PHAJIOB HA MCIIBITAHUA;, B PSAIE CIyIaeB B KauecTBe
HCCIeyeMbIX 00pasIioB MOTYT BBICTYIIATh TOTOBBIE
IeTanu;

4) BBICOKOH BOCIIPOU3BOJUMOCTBIO MOIYyIAEMBbIX
Ppes3yIbTaTOB TPUOOTEXHUYECKHUX UCIIBITAHUM, a TaK-
He X aIeKBAaTHOCTBIO JAaHHBIM OIIBITHO-IIPOMBIIII-
JIEHHBIX UCIIbITAHUH.

JKCIIEPUMEHT

B kauecTBe TeCTOBBIX MaTepHUAIOB AJIA ampobda-
MY MAIIWHBI TPEHUS BBHIOPAHBI 06pA3IbI JATYHU
mapku JI163, ayryna CU20, TeXHUIECKOro aJloMUHHA
AT u paspab6orarnoro 8 COY KOMIO3HIIMOHHOTO Ma-
tepuana (KM) Ha ocHOBE TEXHHYECKOTO ATIOMHUHUSI
A7, MOIM(PUIMPOBAHHOTO YTJIEPOAHBIM HAHOMATE-
pUasoM — yIbTPaANCIEPCHBIM aIMa30rPaUTOBBIM
moportkom YJIT-AT'. KM o61amaer IOBBIIIEHHOH
TBEPAOCTHI0 U MEHBIIIUM Pa3MepoM 3epHa II0 Cpas-
HEeHHIO ¢ 6a30BBIM ciiaBoM [8, 9].

Ilopomork YIII-AI' mpencrasaser coboit yrie-
pomHyio cMech ¢ pasmepoM dactuil 10 — 40 uHM, TTOTY-
YaeMylo JeTOHAITMOHHBbIM METOIOM K3 B3PbIBUATBIX
BEIIECTB C H30BITOYHBIM COMIEPIKAHHEM YTJIepoja.
B sr0it cmecu momst rpadura cocrasisier 40 — 60 %
OPOAYKTa B3PhIBA, APyrasd 4acTh HAXOAUTCSI B BUIE
BBICOKOIUCIIEPCHON anmasomnoobHou ¢aswsl. Mare-
pUan MOKEeT IPUMEHATHCS I MOMU(DUITHPOBAHUS
METAaJJIOB, CIIJIABOB, ITOJIMMEPOB, JKUTKUX U TBEPABIX
cmaszox [10 — 13].

KouTtpo6paser 6611 M3roTOBIEH U3 3aKaJ€HHOU
cranu 95X18 BBICOKOH TBEPAOCTH W HM3HOCOCTOM-
Koctu, paborarmoiieii mpu Temmeparype mo 500 °C.



«3aBonckasda maboparopusa. [[marnocruka marepuanaos». 2020. Tom 86. Ne 8 69

Puc. 2. Cxema ucnbiTanusa

Fig. 2. Testing scheme

HcnbiTanus TpOBOAWIN B PEKUME CyXOTO TPEHUS U
B peKHMe CMa3KH, B KAYeCTBE KOTOPOH HCIIOIb30Ba-
au wHAycTpuanbaoe maciao M-20A.

Jna mpoBefieHus HCOBITAHWE BhIOpaHa cxema
(puc. 2), B KOTOPO# BpallaloluHAcs I1ap KOHTAKTH-
pyer ¢ y3kuM cpepHUIeCKUuM IMOSICOM HA BHYTPEHHEH
MMOBEPXHOCTH 06pasna ¢ KpPyIIbIM OTBEPCTHEM
(I'OCT 23.221-84). lannas cxeMa IIOAXOMHUT IJIs
WCIIBITAHUSA HA U3HOC B IPUCYTCTBUY CMAasKH, a TaK-
K TIPU CyXOM TPEHWH U MO03BOJIAET 3a(pUKCUPOBATH
M3MEHEHUS MACC B KOHIIE HCIBITAHHSA, KOTOPHIE
3aTeM MOKHO CPABHUTb MEKAY CO0OU s 000mX
PEKUMOB.

OO6paserr mjs UCIOBITAHUSI UMeN (POpMYy IPSMO-
YTONBHBIX TApaJIeenuesioB, B IIEHTPe KOTOPOTO
IIPOCBEPINBANIN OTBepcTHe aumameTrpoMm 10 MM, Kyna
3aTeM BJABIWBAIN IIAPUK 12 MM TpH Harpy3ke
5kH mna cosmanus HavanpHOU pabouedl mOBepx-
HocTH. O6pasIbl 3aKPEIIAIHN C IIOMOIIBIO IITH(TOB.
KouTpobpasery — geranb B BHE IHIHHIPHIECKOTO
Basia 1uaMeTrpoM 6 MM, MMEIOIero Ha KOHIIE IIapuK
nuaMerpoM 12 MM, — 3aKpeIUIsiid B IATPOHE CBep-
aunbHOTO cranka. O6paser 1 KOHTpoOpaserr mepes
HAYaJI0M UCIBITAHUA ITOKA3aHbI HA PHC. 3.

SuaveHus Koa(uilmeHTa TpeHUus OTCYUTHIBA-
JIW TI0 YIJIOBOH IIKajie Ha Impubope, KoTopas ObLIa
rpajyupoBaHa i YKa3aHHOM CXeMbI UCIIBLITAHUS C
TIOMOIIIBIO (DOPMYJIBI

_Mcoso

aP, (1)

f

rne M — mowmenT Tpeuus, H/m; Py — oceBas Harpys-
ka, H; @ — yron HakioHa MeXIy OChIO BPAIlleHU U
HAIIpPaBIeHUEM IIPHUIOKEHUT HOPMAILHOH CHJIBI K
IIOBEPXHOCTH TPEHUdA; d — PAaCCTOSHUE MEKIY Aua-
MEeTPAIbHO MPOTHBOIOIOKHBIMA TOYKAMHU Ha cepe-
nvHe (PacKu OTBEPCTHSA B 00pasIle.

N

Puc. 3. O6pasers nepej uCIIbITAHUEM

Fig. 3. Sample before testing

JlaBieHue B 30HEe KOHTAKTA IIPU JUHEHHOM 3a-
KOHe M3HAIINBAHUA PACIIPENeaeTCs COTJIaCHO COOT-
HolneHuro [14]

t
— 'YC g(p , (2)
oKR

e Y — YAEeNbHBIA M3HOC; () — YIJIOBasg CKOPOCTH
Bpalenus mapa; R — paguyc mapa; K — xoadqpdu-
[HEeHT IPOMOPIIMOHAIBHOCTH, 3aBUCIIINN OT MarTe-
puamoB mapbl TpeHwus. Ilpu HeOOJIBIION IIHpPHHE
chepuyeckoro mosca B 30HE KOHTAKTA [aBlIeHUE
MOKHO MIPHUOIH3UTENHHO CIUTATD PABHOMEDPHBIM.

YcmoBua M3HOCA B BBIOPAHHOIN CXE€Me HCIbITa-
HUS OMU3KM K YCIOBHAM PaGOThI CepHIecKux
VIIOPHBIX TOAIIUITHUKOB CKOJbKEHUA (ITOAMSATHH-
KOB). ¥TIOpBI I HUX B HambOjee OTBETCTBEHHBIX
TPUOOCONPSIKEHUIX, HAXOMAIIUXCI 1107 OOJIBIIOH
Harpy3KOH U paboTaroluX IIPHU BBICOKUX CKOPOCTIX,
YaCTO M3TOTABINBAIOT U3 BHICOKOIIPOYHON KOPYHIIO-
BOM Kepamuku. JlJ1sT MomenupoBanusa PaboThl TAKKX
COTIPSKEHUH UCIOIb3YIOT CHENHaIbHbIE TPUOOMET-
poI [15, 16].

Hcnbrranus Ha W3HOC MPOBOIMIIN IIPH OCEBOMH
marpyske 50 H. JlumeiiHaa cKopocTh IIapOBOTO
KOHTpoOpasia B 30He KoHTakKTa cocrasiana 0,5 m/c,
BpeMsl HCIBITAHWN KaKIoro oodpasma — 45 mum.
Benuuwny usHOCA M3MEPSIH IyTeM B3BEIIHBAHUSI
006pasIoB II0CIe UCITBLITAHUH, 110 IT0OTePe MACCHI.

PesyabsTarsi

B Trabautie npuBenens! cpeHIe 3a BPeMs UCIThI-
TaHWUA 3HAYEHUSA KO3(p(UIIMEeHTa TpPeHusd, KOTOpbIe
M3MEPSIIN BO BpeMs NpUpabOTKH TPYIIHUXCA MaTe-
pUasoB W majlee B ycTaHOBHBIIeMcs pexume. Pe-
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Fig. 4. Values of the sample wear

3yJBTATHI OMpEJIelIeHus U3HOCa 00pasIoB MPH CY-
XOM TPEHHH IIPeJICTaBIeHbI Ha pHUC. 4.

O6cy:xaenne

IIpu BHIOpAHHBIX MapaMeTpax HATPY3KH M CKO-
POCTHM MAaKCUMAJIBHBIA HM3HOC CPEIU WCIBITAHHBIX
MaTepuaaoB 3a(UKCHPOBAH y JATYHU MPH MHUHU-
MasnbHOM K03 duiirnenTe Tpenus. JlaTyns cunraer-
Cs1 XOPOIIUM aHTU(QPUKIMOHHBIM MAaTEPUATIOM, C
HUBKUM K03 duimenTom tperud. OgHaKo mpu Ha-
rpyskax 6osee 5 Kr ee M3HOC MpHOGpPETAET WHTEH-
CUBHBIH XapaKTep, YTO XapaKTepusyeTcs IOBBIIIEH-
HOM TIOTepeil Macchl 10 CPABHEHMIO C IPYTUMH Me-
Ta/IaMu, HAIIPUMeED, ATIOMUHAEeM?,

Mogudurnuposanusiii YII-AT" amomunnit A7
“MeeT MEHBIIUH WM3HOC U KOI(P(PHUIIMEHT TpeHud,
yeM 0a30BBIH CILIAB, YTO CBA34HO C TIOBBINIEHHOMN
TBEPAOCTHIO JaHHOTO Marepuasa [8] u cmasbiBa-
IOIINM [JeHCTBHEM rpadura, CcomepiKalerocsi B
YIII-AT.

3axaroueHue

Paspaborano ycrpoiicTBo (MammwHa TPEHH:),
II03BOJIAOIEe IIPOBOAUTD HUCIBITAHUSA KOHCTPYKITHU-
OHHBIX, (PPUKIMOHHBIX, aHTU(QPUKITHOHHBIX U CMa-
304YHBIX MAaTEpHaJOB HA TpeHWe W W3HAIIWBaHUE,
oTinyamolieecs KOMIAKTHOCTHIO, IIPOCTOTOH y37a
Harpy®seHusd U CUCTEMbl U3MEPEHUA CUJIbl TPEHH.
B kauecTBe prBOJA 71 YCTPOUCTBA MOTYT HUCIIONIb-
30BaThCA CBEPIHIbHBIE, PATUAIBHO-CBEPIUIBHEIE,
dpesepubie u apyrue cramku. llpemmoxkentas ma-
IIMHA TPEHUS II03BOJIAET IIOJIYIUTH Bce HEOOXOIu-
Mble IIOKa3aTesIl KauecTBa TPYIIUXCA MaTEePUAIOB U
Maces C JOCTATOYHON TOYHOCTHIO W IIPU MEHbIIEN
TPYIOEMKOCTH HCOBITAHUHN II0 CPABHEHUIO C aHATO-
TUYHBIMHU YCTPOUCTBAMHU.

C 1moMOIIbI0 JAHHON MAIIWHBI IIPOBEIEHBI M3-
MepeHus U3HOCA U KOd(UIMEeHTa TPEeHUA IyryHa,
JIaTyHH, TEXHH4YECKOro H MOI[I/I(bI/I]_II/IpOBaHHOI‘O

5 Rana R. Batra M., Sharma V. K., Sahni A. Wear Ana-
lysis of Brass, Aluminium and Mild Steel by using Pin-on-
disc Method / 3rd International Conference on Manufac-
turing Excellence — MANFEX 2016. — Noida, 2016.
P 17-20.

Hsmepennbie k0o PUIUEHTHI TPEHUS
Measured values of the friction coefficients

Koaddummenr rperns — npupa-
6O0TKA/9KCILIYyaTAIIOHHBIA PEKUM

O6paserr/cmaska Cyxoe Tpenwue npu
TpeHue cmaske (M-20A)
Yyryn 0,50/0,39 0,25/0,19
JlaryHn 0,42/0,35 0,25/0,17
AnromuHuM 0,60/0,55 0,26/0,21
Anromunnii + YIII-AT 0,60/0,52 0,24/0,21

QIIIOMUHUA B Tape ¢ 3aKajeHHOH cranbio. IIpome-
MOHCTpuUpoBaHa 3(QQEeKTHBHOCT, HAHOMAaTepUaia
Y II-AT" kak mo06aBKHU B allOMHHHEBLIE CILIABEL.

Cucrema nsMepeHHA TPEHUA W W3HOCA, IIOJIO-
JKeHHAs B OCHOBY paspabOTaHHOH MAIIWHBI TPEHU,
MO:KeT OBbITh TaK/Ke BBINOJHEHA C IIPHMEHEHWeM
3JIEKTPOHHBIX TaTYNKOB HOPMAaJIbHON U YITIOBOU Ha-
I'PY3KH, YTO IO3BOJIUT YMEHBIIIUTD PA3MePhI YCTPOH-
CTBA W OCYIIECTBJIATH ITU(PPOBYIO 00pabOTKy HaH-
HBIX U3MEpeHUN.
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Pa6ora siBisieTcst pooinKeHneM cTaThi « Bamumarus MeTouK XUMIUIEeCKOr0 AHAIN3a: MEK/LY-
HapoaHble TpeboBanws» (3aBopckas maboparopusa. Juarmocrura martepuasos. 2018. T. 84.
Ne12. C.25-31). B crarbe paccMOTpeHBI IPOIeAypa U Pe3yJbTaThl BAIMIAIMA METOIMKA
OIpeJieJIeHrs OCTATOYHOTO COJIEPIKAHMUSA SHPO(IOKCAIIMHA B IIPOAYKTAX [IUTAHUST METOIOM BbI-
coK09()(PEeKTUBHOH KMIKOCTHON XPOMATOTPa(U ¢ MaCC-CIIEKTPOMETPHUUECKUM JIeTeKTUPOBAHM-
em. Ilpencrasiensl mporpaMMa SKCIIEPUMEHTAIBHBIX HCCIEIOBAHMI U pacYeTHbIe (hOPMYJIbI,
HeOOXOAMMbIe I OIEHKH METPOJIOTHYECKUX XapaKTepucTWK Meronuku. [IposemeHa oreHka
npesena O0HAPYKEHNU, [Ipeeia OpeNe/ieHusd, Ipefieia PUHATHAA PELIeHus, CI0COOHOCTH 00-
Hapy’KeHUsI SHPO(IIOKCAIMHA B IMPO0AX IIPOLYKTOB B COOTBETCTBHU C 00OIACTHIO ITPHUMEHEHUS
I'OCT 32797-2014 «IIpomykThl IuIleBbIe, IIPOIOBOJIBLCTBEHHOE ChIphe. Meros ompereneHus
OCTATOYHOTO COZIEPIKAHIIA XIHOIOHOB C IIOMOII[BI0 BHICOKO3(P(DEKTHBHOM SKUAKOCTHOM XPOMATOT-
padmu ¢ Macc-CrIeKTPOMETPHUIECKHUM IeTeKTOpoM». [IpoeMoHCTprupoBata JUHEHHOCTh TPaLyH-
POBOYHOM XapaKTEPHUCTHUKY B [UANIA30HE M3MEPEeHUH ¢ IPUMEeHEeHHEeM MeToa PerpecCHOHHOTO
ananusa. [lonTBep:kIeHpI 3HAYEHNA II0Ka3aTeIell TOYHOCTH U AHANa30H U3MEPEHUH, YCTaHOB-
nmennbie B 'OCT 32797-2014, npu peanusaiiuu METOIUKHA B UCILITATEILHOM 1a00paTOPUH.

KiroueBbie ciioBa: METOOUKA XMMHUYECKOTO aHAJIM3a; aTTECTAIWs; BaIUIAIUSI; METPOJIOTH-
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VALIDATION OF ANALYTICAL METHODS: CASE STUDY

© Mariya Yu. Medvedevskikhl, Mariya P. Krashenininal,
Anna S. Sergeeval, Vasilisa B. Baranovskaya2*
1 Ural Scientific Research Institute for Metrology — Affiliated branch of the D. I. Mendeleyev Institute for Metrology, 4 Kras-
noarmeiskaya ul., Yekaterinburg, 620075, Russia; e-mail: lab241@uniim.ru

2 N. S. Kurnakov Institute of General and Inorganic Chemistry of the Russian Academy of Sciences, 31 Leninsky prosp., Mos-
cow, 119991, Russia; *e-mail: baranovskaya@list.ru

Received June 3, 2020. Revised June 3, 2020. Accepted June 24, 2020.

The study continues the research previously published in the article “Validation of analytical methods: the
international requirements” (Zavod. Lab. Diagn. Mater. 2018. Vol. 84. No. 12, pp. 25 — 31). We consider the
procedure and the results of validation of the measurement procedure for determination of the residual
content of enrofloxacin in food using high performance liquid chromatography with mass spectrometric
detection. The program of experimental studies and calculation formulas necessary to assess the metro-
logical characteristics of the method are presented. Validation included assessment of the detection limit,
quantitation limit, decision limit, capability of enrofloxacin detection in food samples in accordance with
GOST 32797-2014 “Food products, food raw materials. Method for the determination of the residual con-
tent of quinolones using high performance liquid chromatography with a mass spectrometric detector.”
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The linearity of the calibration characteristic within the measurement range is demonstrated using the
regression analysis procedure. The values of the accuracy indicators and the measurement range specified
in GOST 32797-2014 were confirmed when the method was implemented in a testing laboratory.

Keywords: method of chemical analysis; certification; validation; metrological characteristics; correct-
ness; precision; accuracy; quality assurance of chemical analysis.

BakubiM 351eMEHTOM 06eCIeueHusT KaYeCcTBa XUMU-
YEeCKOT0 aHa/lu3a SABIAETCA BaTUAANNSA METOIUK,
T.e. «IOATBEP:KJEHNE HA OCHOBE IIPEICTABIEHUS
O00BEKTUBHBIX CBHIETEIBCTB TOTO, YTO METOMHKA
aHaju3a BellecTBa (MaTepuana) o0beKTa aHAIUTH-
YECKOT0 KOHTPOJISI MOKET ObITh IPUMEHEHA JIJIs KOH-
KPEeTHOro 00beKTa WM IPyIIbl 00bekToB» [1]. Ilox-
pobHO mpollecc BaluAanuWu IIpuBereH B Pykopo-
ncrBe EBpaxum «Bamuganus aHaluTHIECKUX METO-
IuK» (2-e uzpanwue) [2]. O600IEHNI0 CXOKUX YePT U
MHIUBUAYAIbHBIX OCOOEHHOCTEH IIPOIIeCCOB aTTe-
CTaIuy, BaIUJAIAA W BepUUKAIIMH METOIUK XH-
MHUYECKOTO aHAIN3a, MEKIYHAPOIHBIM TPeboBaHU-
M, TPeIbABISEMbIM K IMPOIlEAype BalIHAAINH, a
TaKKe OIIEHUBAEMBbIM XapPAKTEPUCTHKAM METOIUK
nocssamiena cratbs [3]. OxHarKo, yIUTHIBASA CIIEIIH-
(buKy Ka:KIOTO KOHKPETHOTO Ciiydasi, 0COObIi MHTe-
pec st XUMUKOB-aHAJIUTHKOB ¥ METPOJIOTOB IIpe[-
CTABIIAIOT IPAKTUUECKUE TTPUMEPDL.

B npomomxenue Tembr pabors! [3] Mbl BeIOpamn
B KAYeCcTBE MPAKTUYECKOTO MpPUMEpa OIHCAHUE
MPOIEAYPhl W PEe3yIbTaTOB BAIUJAIAA METOIUKU
OTIpeJieJIeHUs OCTATOYHOTO COMEPIKAHMUSI SHPOQIIOK-
calyHa B MPOAYKTAX MHUTAHUA C WCIIOJIb30BAHUEM
BBICOKOI(P(PEKTHUBHON KMIKOCTHOM XpoMaTorpa-
¢um ¢ mMacc-CreKTPOMETPUIECKUM [eTeKTHPOBAHMU-
em (BIOKX/MC), periamMeHTHPOBAHHOU MEKIOCY-
nmapcreenabiM crangaprom 'OCT 32797 [4]. Munu-
MaJIBHBIH HA00P XapaKTEPUCTUK METOMUKH JJIS OIfe-
uuBanud npexacrasiaen B 'OCT 13804 [5], metozbl
OIIEHUBAHUA XapPAKTEPUCTUK METOAMKA M TPAKTOB-
Ka I0J[y4aeMbIX pPe3ylIbTATOB MPHUBEIEHBI B PYKO-
BozcrBe [6]. IlomrBep:xmaemasi o6jacTh IpHUMEHe-
HHS — MOJIOKO ¥l MOJIOYHBIE TPOAYKThI; SHAIA U AUd-
HBIH IIOPOIIIOK; MSACO U MSICHBIE MPOAYKTHI; MICO U
MPOIYKTHI U3 IITHUIHI.

leny Banmuparuu NaHHOW METOOUKW — TIOJ-
TBEP:KIEHNEe IPUTOLHOCTHA aHATUTUIECKOH CHCTEMbI
(K KOTOPOM MOYKHO OTHECTH COBOKYITHOCTH KOHKPET-
HBIX IPUOOPOB, PEAKTHUBOB, CTAHIAPTHBIX W AHAIH-
3UPYyEMBIX 00pa3Il0B) K MPUMEHEHHIO METOIUKHN TIPH
OIIEHKEe COOTBETCTBUS OOBEKTOB TPEOOBAHUAM TEX-
HUYECKOTo perynrupoBanus [7, 8].

Kpurepun Bamupaiiuu B guanasoHe W3MepeHuH
or 1,0 o 2000 MET/Kr ciemymorue:

1) ycranoBieHne (PaKTHUIECKUX 3HAYECHHUI IIpe-
nena obHapy:xenusa (LOD3) u npenena onpeneneHus

3 TlosicHeHHsI K JaHHBIM TEpPMHHAM IIPUBEIEHBI B COOTBET-
CTBYIOIIMX Pa3/esax Jajee Mo TEKCTY.

(LOQ®?) supodaokcanmaa merogom BOKX/MC B
MHIEBBIX MPOAYKTAX U IPO0BOJBCTBEHHOM ChIPhE;

2) ycraHoBJIeHHE npegena IIPUHATUSL
pelIeHus, cnoco6HOCTH 00HAPYKEHHUS;

3) moaTBEp:KAeHHEe JIUHEHHOCTH TI'PaLyHpPOBOY-
HOM XapaKTepPUCTHKU® B [UANla30HE N3MEpPeHNuI;

4) moaTBepIKIeHNEe KOJIUIECTBEHHBIX 3HAYCHUH
moKasarenedl TouHoctH, ycraHoBieHubix B ['OCT
32797 [4], upu peamuzaliiu METOIUKU B HCIIHITA-
TEeJILHOH J1ab0paTopuy;

5) moATBepKIEeHHe IHAA30HA OIpeIeIseMbIX
cozep:xanuil sHpoduIokcanmaa Mmetogom BIOKX/MC
B IIMINEBBIX IIPOAYKTAX H©W IIPOJAOBOJIBCTBEHHOM
ceipbe, yeranosiennoro B 'OCT 32797 [4].

MeToasl U cpeacTBa U3MepeHUH

B xozme Banmupanuu Bce M3MEPEHUSA BBHITOTHEHbI
B coorBerctBuu ¢ ['OCT 32797 [4]. Ocrarounoe
cofiepKanne SHPO(IOKCAIIMHA OIMPENENIn MEeTO-
JIOM BHYTPEHHEro CTaHJapTa MO IUIOMagAM XpoMa-
TorpapuIecKux MUKOB HIAEHTH(MHUIIMPOBAHHBIX CO-
eIMHEHUH C TOMOIIBI0 T'PALYyUPOBOYHOM XapaKTe-
PUCTHKH, TOJIYYEHHOW MPH aHAIW3€e TPagyHrpOBOU-
HBIX PACTBOPOB H3BECTHBIX COEAMHEHWH B aHANO-
THYHBIX YCIOBHUAX.

IIpumensemMble cpeficTBa U3MEPEHUA: XPOMATO-
macc-ciexkrpomerp Agilent 1260 — Qtrap 3200 c
KBaJIpyIIOIbHBIM MACC-aHAIU3AaTOPOM; BEChI BJIEK-
tpouubie anamutmdeckme SARTORIUS AC-121S
(mambospimuii pemen B3BemmuBanusa — 120 r, Hau-
menbiui npenena — 0,001 r, mpexenb! [OIycKaeMoHi
morperaoctt — *=0,0005 1 B guamasome mamepe-
auii ot 0,02 mo 50 r).

B pab6ore mcnonab3oBatu cieyoIlyue CTaHIaAPT-
Hble 00pAa3Ilbl: PEAKTHUB SHPOQIOKCAIIMHA IIPOM3-
BozctBa Sigma-Aldrich ¢ maccoBoii fomeit ocHOBHO-
ro Bemrectsa 99,8 %, I'CO 10886-2017 cocrasa 5H-
podmokcariuuaa. [ mpUroTOBIEHWUA BHYTPEHHUX
CTAHJAPTHBIX PACTBOPOB WCIOIb30BAIH PEAKTHB
supodurokcanuu-D5 ruppoxnopunx WITEGA ¢ mac-
COBOI moseti ocHoBHOrO Bemiectsa 99,0 %.

Jna mpoBemeHUs BaTHAAIUA METOAMKUA TOTO-
BUJIM YeThIpe — IITh PACTBOPOB AHTHOMOTHKA Pas-
JINIHOM KOHIIEHTPAInu (COOTBETCTBYIOIEH auamna-
30HY U3MEPEHUH) B KAKAOU U3 CIEAYIONUX MATPHIL:
MOJIOKO, MSACO, AHIIO.

PactBopsl u MaTpHUIlhl TOTOBHJIM B COOTBET-
creuu ¢ Tpebosanusamu TP TC 034/2013 [7] u TP
TC 021/2011 [8]. [lauHbIe [0 AOIyCTHMBIM 3HAYE-
HUAM IPUBEJEHbI B Ta61. 1.
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IIponenypa Bamumanmuu MeTOTUKH

Oyenra npedena obnapyxcenus (LOD?). Jlna
xXpoMaTorpadMIecKux MEeTONOB AHAIN3a, OCHOBAH-
HBIX HA PErHCTPAIlMM CUTHAJIA Haj YPOBHEM IIyMa,
HEO0OXO0IUMBbI IIPOOBI C KOHIIEHTPAIIUIMH, OJIU3KAMU
K mIpefmelry oOHapy:xeHwus. Ilpw 5ToM Ba)HO MOHH-
Matb, ur0 LOD paccuuThIBAIOT HA OCHOBAHHU pe-
3yJIbLTATOB AHAIM3a P00, MPOIIEANINX Yepes BCIO
Imporeaypy uaMepeHui. PesynbTaTbl HW3MepeHHH
JOJIKHBI OBITH PACCYUTAHBI II0 TOMY K€ YPABHEHMUIO,
YTO U PE3yAbTaThl aHAIN3a KOHTPOILHBIX IIPO0.

Oco6eHHOCTh METOTUKH 3AKI0IAETCH B UCIIONh-
30BaHUU IPAyHPOBOYHOMN 3aBUCUMOCTH, CIIeT[rmrd-
HOU /I KayKI0H HccieayeMoi MaTpuisl. s aToro
HCIIOIB3YIOT TPOOBI IPOJAYKTOB, IPOAHATHU3UPOBAH-
HbIE PaHee TeM Ke MEeTOJIOM. 3aTeM Ha CTaJuu mepe-
pacTBopeHus Iepes BBemeHHeM B xpomarorpad mo-
0aBIAIOT PACTBOPHI, MPUTOTOBJIEHHBIE HA OCHOBE
CTAHJAPTHBIX 00pPA3LIOB SHPO(IOKCAIIMHA U DHPO-
drorcanuu-D5ruapoxmopuna. PacrBopsl roroBuin
METO/IOM ITOCTIE0BATEILHOTO Pa30aBIeHHs B IEIAX
MOMCKA HAWMEHBIIIETO COAEPIKAHUA, IPH KOTOPOM
elrne MOXHO OIIPpeAeJIUTh IINKU XUHOJIOHOB Hall YPOB-
HEM IIyMa.

Jduanas3oH ompenenaeMbIX COIEP:KAHUN MeTO-
muku cocrasisger or 1,0 mo 2000 mrr/kr. IIpexmo-
JIOKUM, YTO HadaJdbHAdA TOYKA JUAlazoHa — BTO
Ipejies onpenesieHus, pasHbli 100, rme 0 — cpenHe-

4 TIpemen obHapy:KeHU — HaMMEHbIIEE COEP/KAHME aHAa-
JINTA, IIPXA KOTOPOM OH MOJKET OBbITH O0HAPYKEH C IIpHUeMIIe-
MOIi IOBEPUTEIBHOR BepoATHOCTHIO0. [Ipenen o6HapykeHus
PACCUMTHIBAIOT KAK YTPOEHHOE CTAHJAPTHOE OTKIOHEHHE
CpeHero 3HAYeHUs ONPEAEIEHHUs B XOJIOCTOM OIbITE IIPH
JOCTATOYHO OOJIBIIOM YHCIEe ITOBTOPHBIX OIpEAeIeHMH
(6omee 20).

Ta6.11nna 1. ,Z[OHyCTI/IMLIe 3HaA4YeHUusd OCTaTOYHOI'O0 Coaepsxa-
HHUA SHpO(i)JIOKCB.I_II/IHa U CyMMapHOTO COJAEepKaHUus XWHOJO-
HOB

Table 1. The permissible values of the residual content of
quinolones in the total, and separately enrofloxacin in accor-
dance with requirements [7, 8]

Haumenosauue
TPOLYKITUHA

Bce Buas! mpoayx-
TUBHBIX JKUBOTHBIX,
THUIeBas IPOIYKITUI

KPC u MPC
IITuna

MaxkcumanbHbIA yPOBEHb OCTaTKa
aHTHOMOTUKOB (MKI/KT, He 6osee)

Msico (MpImIeuHas TKaHb), JKAP-
ceIper (I CBUHeH — IIIHK
co mKypoi) — 100 MKr/Kr

Momnoko — 100 MEKr/ET

Msco — 100 MEr/kr, meyeHs —
200 mir/kr, moukn — 300 MKI/KT,
koxa — 100 MKT/Kr

MPC Tleuenr — 300 MEI/KT,
nouku — 200 MKT/Kr

ITeuensr — 200 MEr/ET,
mouku — 300 MET/Er

CBHUHBY, KPOJIUKHU

KBagpaTudecKoe OTKJIOHEHUE Pe3ylIbTaTOB H3Mepe-
HHUU B YCIOBHIX MOBTOPSEMOCTH. Torma Impeamoso-
JKATEIbHOE 3HAUYeHWe Ipefena OOHAPYKEHUT I
sHpodiokcaruaa pasHo 0,3 mir/kr. Takum obpa-
30M, HEOOXOAMMO [JO0ABHUTH TAKOE KOJIHYECTBO
CTaHAAPTHOTO 06pasiia, YToOkI B paboueil mpobe co-
nep:xanue sHpodIoKcanHa cocTasisaio 0,3 MKI/KT.
Ilns kammoit pabodeil mpoObI ¢ 106aBKOM 3HPO-
dirokcanmua mpoBommwiau 1mo 10 mapaenrbHBIX
onpenenenuii. LOD paccuuThIBaIM 0 (DOPMYIe

LOD = 38, (1)

rme S' — cTaHIAPTHOE OTKJIOHEHWE (MKI/KT), CKOp-
PEeKTHPOBaHHOE HA YHCJIO Pe3yJbTATOB IIapasliesb-
HBIX U3MEepeHUH, IpelyCMOTPEHHBIX METOAUKOMN:

S' = Sin, 2)

rme S — CTAHJAPTHOE OTKIOHEHWE, MOJIyYeHHOe
[0 JIECATH pe3yJbTaraM IMapajliebHbIX H3Mepe-
HUM, MKI/KT; 7 — YHUCIO MapajulelbHBIX Pe3yib-
TaTOB H3MepeHHH, NpeayCMOTPEHHBIX MeTOIUKOM
U3MEepeHuN.

Oyenka npedena onpedenenus (LOQ?). Ucmons-
30BaJIU AHHBIE, MOJIyIeHHbIE TIPU OIEHKEe Ipemena
obuapy:xenus. LOE paccuuTbIBaIU 110 opMmyIie

LOQ = 10S'. (3)

Oyenra npedena npunsmus pewerus (CCa).
IIpaBuno npuHATHA pelleHusd, ITUPOKO MPUMEH-
eMoe B HACTOdlllee BpeMA IIPU OIEHKE COOTBET-
CTBUS, COCTOUT B TOM, YTO €C/IM Pe3yJabTaT u3Mepe-
HUH (MCIIBITAHUU) MIPEBBIIIAET WIW HAXOIUTCS
HUKEe YCTaHOBJIEHHOTO OIMYCTUMOTO (KOHTPOJIBHO-
r0) Tmpejfena 3HAaYeHWH (IIPEeIIIoNoKuM, Ha BETHIH-
HY PpAaCUIMPEHHOH HeONpeeIeHHOCTH), Tpedyercs
MPUHATHE PEIeHUs O COOTBETCTBHU HCCIIELyEeMOTO
MaTepuaja yCTaHOBIEHHbIM Kputepusam. Wawu, Ha-
IpUMepP, pe3yJbTaT MPEANOoIaraeT COOTBETCTBHE
TpeOOBAHUAM, TONBKO €CIU M3MEpPeHHOe 3HaYeHHe
HaxXOAUTCS HUKe IIpeniena, II0 KpaliHel Mepe, Ha Be-
JWYUHY pacIIupeHHo# Heompeaenennoctu. [Ipasu-
Jla TIPUHATHUA PEIIeHUsa MOTYT OBITh U 00Jee CIOK-
HBIMU [9].

IIpu Bamupanmu faHHONW METOAUKH IPEe MPH-
HATHUA PelleHus PacCUUThIBAIU 10 25 pe3yrbraTaMm
aHammsa paboyux mpob ¢ J00aBKOH CTaHIAPTHOTO
obpasma supodaokcanuHa (oboraimeHHbIe IPOOHI).

5 Ilpenern onpeneneHus — HAaNMEHBIIIEE CO/IEPIKAHIE aHAIIN-
Ta, KOTOPOE MOKET OBITh KOJHYECTBEHHO OIIPEIENIEHO C
[IpUeMIIEMOi HeolpeeeHHOCThI0. ey 3HaueHns xapak-
TEPUCTHUK IIPABUJIIBHOCTH U IIPEIU3NOHHOCTU IIOCTOAHHBI B
IuanasoHe CofepikaHui BOIU3Y Ipe/ena 00HAPYKEeHN, TO
Ipejiesl ONpPEeAeTeHUs PACCUUTHIBAIOT KAK IIECTHKPATHOE
CTaHIAPTHOE OTKJIOHEHWE CPEINHEro 3HAYeHWs OIpejee-
HUS B XOJIOCTOM OIIBITE IIPH JOCTATOYHO GONIBIIOM YHCIIE
IOBTOPHBIX onpenenenuit (6oaee 20) [5].
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MaccoBas mons sHpodIOKCAIlHA B 00OTaIeHHBIX
npobax cocrapisiaa 100 MKD/KT, 9TO COOTBETCTBYET
MUHUMAIBHOMY [IOIIyCTHMOMY YPOBHIO OCTaTKa aH-
THOMOTHUKA B COOTBETCTBHHU C TpeboBaHusmu [7, 8]
(cm. Tabm. 1).
CCa paccyuThIBAIH 110 CIIeAyIolei hopmyIie:
CCa =X

pife)ig

+ 1,648", (4)

rae X,,, — JOIyCTUMBIH ypOBEHb CONEeP:KAHHUA aH-
THOUMOTHUKOB, MKI/KI; S' — cTaHgapTHOE OTKJIOHEe-
HUe pe3yJbTaTOB aHaau3a 000ralleHHbIX P00, mMo-
JIydeHHOe TI0 pe3yjbTaraM 25 usMepeHui, MKI/T.

Oyenka aurnetinocmu 2padyuposouHbLX XAPAK-
mepucmux®. Cregyer oTMeTHTb, YTO B COOTBET-
crBuu ¢ Mmetomukoi usmepenni mo 'OCT 32797 [4]
MOKHO BBIZIEIUTh Pab0YMil AUANA30H MEeTOIUKH
W3MEpPEeHUN, CBA3aHHBIN C KOHIIEHTPAIMEeN aHAIuTa
B J1abopaTopHOi mpo6e W BBHIPAKEHHBIA B MKI/KT,
¥ paboumil aUaIrasoH XPOMaTO-Macc-CIIEKTPOMeTPa,
ompeneligeMbIii B TEPMHHAX MAacCOBOM KOHIIeHTpa-
UK aHaJIUTa B 00paboTaHHOU mIpobe, mogaBaeMoi B
XpPOMAaTO-MaCC-CIIEKTPOMETP AJI U3MepeHud, BhIpa-
JKEHHBIA B HI/cM3.

Hns omenkm pabouero guamasoHa XpoMa-
TO-Macc-CIeKTPOMeTpa MPOBOAMIN U3MEPEHUA C UC-
MOJIb30BaHKEM 00pa3IloB /i TPAIYUPOBKH B JUATIA-
30HE KOHIIeHTpAaIui, rpesplmarinem Ha 20 % mnua-
masoH or 1 mo 1500 ur/cm?, peruerpupys IIomagu
IMUKOB OIIPEIe/IIeMOr0 KOMIIOHEeHTa (sHpodIokca-
[IMHA) ¥ BHYTPEHHEro cTaHaapra (3HPO(MIOKCAIINH-
D5runpoxmopuna). MaccoBble KOHIIEHTPAIIHH SHPO-
(okcanuHa B rpagyrpoOBOYHBIX PACTBOPaX COCTA-
BaAau coorBerctBeHno 0,8, 10, 100, 1000 wu
1800 ur/cm®. MaccoBas KOHIIEHTpAIUSA BHYTPEHHETO
CTaHAapTa BO BCEX PACTBOpAX JOJIKHA OCTABATHCS
MIOCTOSTHHOM ¥ paBHOU 10 Hr/cM?.

Ananmns TONYyYeHHOU TPaAyHpPOBOYHON 3aBH-
CHMOCTH TIPOBOJWIM C WCIOIb30BAHUEM perpec-

6 JIMHeHHOCTb METONUKN — BTO HAJIWJYHe JUHEeUHOU 3aBUCH-
MOCTHY aHAJIUTAYECKOTO CUTHAJIA OT KOJIMYECTBA aHAIHUTA B
aHAIM3UPyeMoi rTpobe B JUAa3oHe N3MEePEeHUH MEeTOIUKH.

CHOHHOU CTATHUCTHUYECKOM MOJe/NINM B IIporpaMmme
Microsoft Excel.

3areM A KAMKAOTO 3HAYEHUS KOHIIEHTPAIMH
sHpOIOKCcaIIMHA X OBLIN PACCIUTAHBI PA3HOCTH Me-
KMy HAOM0IaeMbIM M PACCUUTAHHBIM 3HAUYEHHUEM Y,
COOTBETCTBYIOIIHUM IIPAMOM JUHUH (Y — OTHOIIEHUE
IJIOIIA/IeH IMKOB OIPEIeIIeMOr0 KOMIIOHEHTA W
BHYTPEHHEr0 CTaHAapTa) W IIOCTPOEHBI COOTBET-
creytomre rpacduru. CioyuaiiHoe pacmpeneneHue
3HAYEHUH PA3HOCTEH OTHOCUTEILHO HYJIS SBJISETCS
moaTBepiEaenueM nuHenHoctn. Cucremarwyeckue
TPEeHObl YKa3bIBAalT Ha HEJINHEHHOCTh HJIH H3Me-
HEHFe [HUCIIEPCHU B 3aBHCHUMOCTH OT YPOBHA KOH-
IeHTpaIui.

Pa6ounii muamasoH METOAMKN OIIEHHUBAIOT IIPHU
MTOJIyYEHUHU PEe3yJIbTATOB HKCIIEPUMEHTA I10 OIEeHKE
oKasareseil TOYHOCTH (IIOBTOPSIEMOCTH, MPABUIb-
HOCTH ¥ BHYTPHUJIa00pPATOPHOHN IPEIU3UOHHOCTH).

Oyenka nokasameneil npasuibHOCMU, NOBMO-
paemocmu u 8HymMpuaabopamopHoOl NPeYyuuUoH-
nocmu. OIeHKy IOKasareneil TOYHOCTH, TIOBTOPS-
e€MOCTH ¥ BHYTPHJIA00PATOPHOM IMPEIM3UOHHOCTH
MPOBOAMIN C IIOMOINBI0 CTAHAAPTHBHIX 00pasloB
sHpO(JIOKCAIIMHA IyTeM BBOJA STHUX 00pasIloB B
amanmusupyeMble mIpobbl. PesynbraTel oO0pabaThiBa-
1 cornacHo nonoxenusm PMI™ 61 [10].

Pesyavmamut saaudayuu. Pesynprars: onpeme-
JIeHusA SHPOQIIOKCAI[MHA B IIPO06AX MHIIEBBIX IIPO-
IYKTOB TIPEJCTaBJIeHbI B TA0J. 2, pe3yIbTaThl pacye-
Ta upenenos obHapyskenusa (LOD) u omnpeneneHus
(LOQ) — B Tabm. 3.

Ilma Bcex HMCCIeNOBAHHBIX MATPHUIl HOIYIEHBI
OmusKpe 3HAYEeHHUA mpenenoB obuapy:xenus ot 0,03
1m0 0,06 Mkr/kr u npenpesoB omnpenenenus oT 0,12 mo
0,18 Mir/kr. MakcumaabHOE U3 MOMYyYEeHHBIX 3HAYE-
uni LOQ = 0,18 MKI/Kr ¥ IIPUIIMCAHO BCEM MATPH-
IaM.

IIpenen mpunstus pernenns (CCa) paccauTsi-
BaJIu 1O pesysibraTaM aHamusa 25 pabouwmx mpobd c
no6aBKoOM cranpapToro obpasia SHpodQIOKCcAIMHA
(oborareHHbIE TPOOBI), COOTBETCTBYIOIIETO OILyC-
THMOMY YPOBHIO cofiep:Kanusa (mpeaes TOIyCTUMOMN

Ta6auma 2. PesynbraTs! onpenereHus SHPOQIIOKCAIIMHA B TPOOaX MHINEBBIX ITPOILYyKTOB

Table 2. The measurement results of mass fraction of enrofloxacin in food samples

Marpuma Onepa- Conep:xaHre XHHOIOHOB, MKI/KT'
Top ! P n3 "4 "5 g n7 g ) 10
Moumnoxo 1 0,593 0,556 0,537 0,526 0,557 0,49 0,591 0,576 0,587 0,57
2 0,487 0,444 0,489 0,595 0,596 0,408 0,503 0,488 0,49 0,579
Auma 1 0,459 0,429 0,52 0,453 0,601 0,527 0,488 0,517 0,422 0,566
2 0,407 0,492 0,454 0,403 0,403 0,382 0,425 0,363 0,397 0,4
CunnHa 1 0,51 0,503 0,557 0,609 0,52 0,535 0,525 0,556 0,52 0,59
2 0,619 0,55 0,599 0,573 0,622 0,571 0,596 0,527 0,582 0,55
Msco nrunsl 1 0,509 0,555 0,557 0,409 0,561 0,584 0,548 0,485 0,519 0,458
2 0,533 0,553 0,611 0,552 0,538 0,604 0,434 0,624 0,493 0,634
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Puc. 1. Pesynbrars! onieHKY Auana3oHa JHHEHHOCTH TPaLy-
HUPOBOYHOM XapaKTepPUCTUKHU

Fig. 1. The results of evaluating the linearity of calibration
characteristic

rkourenrpanuu  (ITJIK) osHpodmokcanmua pasen

100 mrr/kr [7, 8]). Pesynbrarsel umamepeHuil mpen-
CTaBIIEHBI B TAOI. 4.

IlonyuenHoe 3HauyeHWe mIpepena MPUHATUA Pe-
merusa (CCa) cocraBuino 121 MKI/KT, T.e. IIPeBbIIIIe-
HHe DTOTO 3HAYEeHUd MAaCCOBOH JI0JU HA YPOBHE JI0-
BEPUTENTBHON BepoATHOCTU 95 % m03BOIAET IIpH-
HATH pellleHHe 0 TOM, YTO MaccoBad JI0JId BeIecTBa
BO BCeH MAPTHUH BHIIIIE JOILyCTUMOTIO IIpeiesa Comep-
JKAHUSA, U IAPTHUS J0JLKHA OBITH 3a6pakoBaHa.

Pesynprarsl ananusa rpagyupoBOYHBIX PACTBO-
POB IpeacTasieHbl B Ta0. 5 u Ha puc. 1 u 2.

Ilo monyuennbiM pesyiabrataMm (cMm. puc. 1 u 2)
CZIeNIaH BBIBOJI, YTO I'PAJAyUPOBOYHAA XaPAKTEPUCTH-
ka nuHeiHa (R? > 0,99) B nuamasoHe H3MepeHHUM.
I'pacuk pasmocTy MexIy HAOTIOJAEMBIM U PACCUH-
TAaHHBIM 3HAYEHUEM Y, COOTBETCTBYIOIIUM IIPAMOU

Ta6aua 3. Pesynprars! pacuera npesenos oouapy:xeuus (LOD) u onpenenenus (LOQ)
Table 3. The results of calculation of detection limit (LOD) and quantification limit (LOQ)

Hawumenosanue o0bekTa Omneparop S, MKI/KT S’, MKT/KT LOD, mxr/xr LOQ, MEr/r
Momnoxo 1 0,0329 0,0104 0,03 0,15
2 0,063 0,020 0,06
o 1 0,059 0,019 0,06 0,15
2 0,037 0,012 0,03
CBunuHa 1 0,035 0,011 0,03 0,12
2 0,031 0,010 0,03
Misico oTurer 1 0,054 0,017 0,05 0,18
2 0,063 0,020 0,06
Ta6auma 4. PesynbraTs! onpenereHus SHPOQIIOKCAIIMHA B IIPOOaX MHINEBBIX IIPOLYyKTOB
Table 4. The measurement results of mass fraction of enrofloxacin in food samples
oy CONDIAMIC oy, | COLRUIC oy,  CONDIMMC piouey SR iy Cotprane
mpoGet LMHA, MKT/KT mpoGet IIMHA, MKI/KT mpoGet LUHA, MKI/KT mpoGet LMHA, MKT/KT mpoGet IMHA, MKI/KT
1 89,6 6 90 11 118 16 93,2 21 130
2 89,5 7 106 12 118 17 90,1 22 112
3 90,1 8 112 13 89,2 18 89,7 23 107
4 86,5 9 107 14 88,8 19 119 24 107
5 99,5 10 116 15 95,5 20 117 25 90
Ta6auma 5. Pesynbrars! olleHKN THHEHHOCTH IPAJLyHPOBOYHBIX XapaKTEPUCTUK
Table 5. The results of evaluating linearity of calibration characteristics
e
KOMIIO- BHYTPEHHETO KOMIIO- BHYTPEHHETO Ha6JIIOI[aeMOe paccanTaHHOE AS
HEeHTa craHgapra HEeHTa craHgapra
1 0,8 526 13300 0,0 -2 0,2 0,1
2 10 9660 16 400 0,6 9 0,6 0,0
3 100 56 600 10900 5,2 99 5,2 0,0
4 1000 444000 8940 49,7 971 51,1 1,5
5 1800 705000 7640 92,3 1807 91,9 -0,4
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JIMHUH, IS KQKJ0TO 3HAYEHUS X TIOKa3bIBAeT OTCYT-
CTBHE TPEH/a B Ty WIH WHYI CTOPOHY (CiIy4aiiHoe
pacipeenesnrie OTHOCUTEIBHO OCH abCIrce), YTO 10~
MIOJTHUTEIHHO TIOATBEPKIAET JMHEHHOCTh TPaiyH-
POBOYHOM XapaKTEPUCTUKH.

Pesynbprarhl OlleHKH HOKasaTesnell TOYHOCTH B
coorBerctBuu ¢ PMI' 61 [9] mpemcraBieHBI B
Tabm. 6.

Kaxk BumHo 13 Tabm. 6, B X0/e OIIeHKH IOKa3are-
JiIef TOYHOCTH HCII0JIh30BAIH Pa3HbIe€ THUIIHI MATPHIL
MHIIEBBIX MPOAYKTOB: TBEPAbIE TPOOhI — CBUHUHA,
MACO MTHUIIBI; JKUIKHE IPOOBI — MOJIOKO; IIPOOBI
CJIOKHOTO cocTaBa — auno. [lma Kaxkaoro Tuma Mar-
PHIl TPOBOIHIN PA3HYI0 MPOOOIIOATOTOBKY, BKJIIO-
YaIoIyI0 Pa3HYI JKCTPAKIIHI0 AHTUOMOTHUKOB U3
mpoObI, TIPU 3TOM TOJIYYEHBI CXOKHE ITOKa3aTeIu
TOYHOCTH JIJIA BCEX THUIIOB Marpuil. Takum o6pasom,
B IIeNgx O0JIerdyeHus IMPOBEIEHU IIPOIeaAyPhl KOH-
TPOJIE TOYHOCTH TMIPEIaraercsi BbIOpPaTh MAaKCH-
MaJIbHbIE U3 IIOJYYeHHbIX 3HAUEHUH U MPUHATH MO~
Kas3aTeJIu TOYHOCTH, IPeJICTaBIeHHbIe B Tab. 7, mis
BCEX TUIIOB MATPHII.

Tak xKak paccMaTpuBaeMas METOIUKA ABIAETCA
CTAHIAPTU30BAHHON (CpelicTBA H3MEpEeHU, IIpo-
mneaypa W3MepeHui, pabouuii AUANA30H U THUIIBI
matpun coorBerctByor 'OCT 32797 [4]), BHyTpH-
nmaboparopHas BaJIUAAIUA HEe BKIIOYATA TIPOBEPKY
pobactHocTH (YCTOMYHMBOCTH) U CEJIEKTHBHOCTH
METOAUKN H3MEepeHUH. ¥ CTOMYHUBOCTH METOMUKH,
KakK IIPaBUJIO, HE OMPEeIeIA0T II0 OTHOIIIEHHIO K JIeT-
KO KOHTPOJIHUPYEMBIM YCIOBUAM IIPOBEJEHUA aHAIH-

AS
1,5

1,0

0,5
0,08

500 1000
-0,5 C, ur/cm3

1500 \ 2000

Puc. 2. I'paduk pasHocreit Mexx 1y HAOIIOIAEMbIM U PACCUH-
TAHHBIM 3HAYEHUIMHU

Fig. 2. Diagram of the differences between the observed
and calculated values

3a. ATO PE3KO COKpalaeT o0beM SKCIIepUMEHTAb-
HBIX »OAaHHBIX. Ba‘IaCTyIO yCTOfI‘IPIBOCTb MEeTOOUKN
OIEHUBAIOT HA cTamuu ee paspaborku. Eciu Bepo-
STHA HEBBICOKAS YCTOHYHBOCTH METOAUKHU, IIPO-
BEPKY ee MPUTOJHOCTH HEOOXOMUMO IIPEIyCMOTPETD
HEIOCPEeACTBeHHO B IIPOIecce MPAKTUYECKOM pea-
JIM3AIHH.

B npusemennoMm mpuMmepe, i OLIEHKH IIpa-
BWJIBHOCTH OBLI HCIIOIb30BAH CTAHAAPTHBIA o6pa-
ser; cocraBa sHpodaokcarmaa I'CO 10886-2017.
B ciyuasax orcyTcTBuA cTAaHZAPTHBIX 00PA3IIOB 00
[IPH BaJIUAALNU SMIIMPHUYECKUX METOAUK H3Mepe-
HUM OIEHKY MOKa3aTels MPABUILHOCTH PEKOMEH-
IyeTCs BBINOJIHATHL IIyTeM COCTABJICHMSI OIKeTa
HEOIIPEeIeIeHHOCTH M3MEPEeHUH C y4eTOM BKJIAIOB,
CBSI3aHHBIX C BIIMSHUEM Ha PE3yJIbTAThl H3MEpPEeHUH

Ta6auma 6. CBoxHbIe JaHHBIE OLIEHKU [TOKA3ATeIeH TOYHOCTH JJIs P06 B COOTBETCTBUHU C 00JIACTHIO OIIPEIeIEHNUS METOAMKN

Table 6. Summary of the assessment of accuracy indicators for samples in accordance with the scope of measurement

procedure
T TTokasarens BHyTpHIA60PATOPHOI Ilokasarens TouHOCTH (TpAHUIIBL,
ouKa ITokazarenb HOBTOPIEMOCTH
O6bexT TIPEITU3NOHHOCTH (OTHOCHTEIBHOE B KOTOPBIX HAXOAUTCA OTHOCH-
arna3oHa, (orrOcuTenbrOe CKO ..
aHaau3a CKO BuyTpumabopaTopHOM TeJbHAS IIOTPEIITHOCTD U3MEePEeHHS
MEKT/KT noBTopsiemoct), % -
MIPEeIU3UOHHOCTH), % ¢ BepositHocThi0 P = 0,95), %
Ao 1,02 17,0 18,1 37,3
10,15 10,3 11,3 24,6
50,8 46 5,8 14,8
101,53 4,6 6,8 17,0
CBunnHa 1,02 13,7 17,0 37,1
50,76 4,3 5,2 13,7
101,5 4,7 4,9 12,9
151,53 4.5 4,8 12,7
Misico nTuer 1,02 7,8 10,4 23,9
50,76 2,2 9,0 23,0
101,5 5,2 8,5 20,7
151,53 51 6,0 14,9
Moioxro 1,02 10,9 11,6 249
10,15 6,7 8,8 20,7
50,8 5,1 8,1 19,9
101,53 4.8 8,9 21,8
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Ta6auna 7. CBoxHas Tabnuia MOKa3aTeNed TOYHOCTH
Table 7. Summary of the assessment of accuracy indicators

Juanazon IlokasaTenas TOBTOPSIEMOCTH Ilokasarens BHyTPHIA60PATOPHOM IIpe- TToxasarenb ToYHOCTH (TPAHUIIBI, B KOTOPHIX
U3MepeHuH, (oraocurensHoe CKO nusuonHOoCcTH (oTHOCHTenbHOEe CKO BHY- HaXOWUTCS OTHOCUTENIbHAS IOTPEIIHOCTD
MEKT/KT noBTOpAeMocTn), % TPHIAG0PATOPHON PENU3HOHHOCTH), % usMepeHus ¢ BepoarHoctsio P = 0,95), %
1-10 20 25 45
10 -100 10 15 30
100 - 150 7 10 20

MIPUMEHAEeMOT0 000pYZOBaHWSA U PEAKTHBOB, yPaB-
HEHUA MU3MEPEeHUH U MEeTOAUYECKUX (PAKTOPOB B CO-
OTBETCTBHH C PyKOBoaCcTBOM [9].

IIpedcmasaenue pesyabmamosg  8aAuUOQUUL.
Marepransl Bamuganiyd METOIUK, KaK IIPABUIIO,
0QOPMIIIOT B BHE OTYETA O BAIHUIAIAU, KOTOPBIH
IOJKEH COMIePIKATh:

[IOJTHOE OIMCAHWE METOAHKH, MOCTATOYHOE I
BOCIIPOMBBEIEHUS U OTPaKarolllee BCE YCIOBUA, He-
00X0IUMBbIe /711 BHIIOJHEHUS aHATN3a WIH CCHUIKY
Ha HOPMATHUBHBIA WM HHOU JOKyMeHT (MJIX ero pas-
JIeJI), COePIKAIIIMI IIPOIICH METOUKH;

OIIEHUBAaEeMbIe XapaKTEPUCTHKH;

BCe MEePBUYHBIE PE3YJIbTAThI, KOTOPbIE BOIILIH B
CTATHCTUYECKYI0 00pab0OTKY JaHHBIX;

pe3yabpTaThl CTaTUCTUIECKOU
JNAHHBIX;

WLTIOCTPATHBHBIE MaTepHasbl, TAKHe KaK KO-
IHU XPOMATOTpPaMM, IIOJYyYEHHBIX METONAMHU BBI-
COK0(p(PeKTUBHOH KHAKOCTHOH XpoMmarorpaduu
WU TAa30BOU xpomartorpaduw; dieKTpodoperpamm,
SJIEKTPOHHBIX U HWH(QPAKPACHBIX CIIEKTPOB; (POTO-
rpauu WK PUCYHKH XPOMATOTPAMM, MOJIYIEHHBIX
MeTOfaM¥ TOHKOCJIOHHOM XpoMatorpadgun; KpuBbIe
TUTPOBAHUSA, TPAyHPOBOYHBIE TPAQUKN H T.1I.;

3aKJII0YEHNEe O MPUTOJHOCTA METONUKH JJIA 3a-
TAHHBIX IIeJIeH.

obpaboTru

3axjIroueHue

Banunamusa meromos amanwsa (M3MepeHUH, uC-
HLITaHHﬁ) ABJIAETCA BAXHBIM 9JIEMEHTOM CHCTEMBbI
obecrieuennsi KadecTBa pes3yabTaToB. B coorserct-
BHUHU C COBpEMEHHBbIMH OT€4YE€CTBEHHbIMU U 3apy6e9ic—
HBIMH HOPMATHBHBIMH TPEOOBAHUAMHU BaIHAAIIHS
SABJIAETCA BaXHBbIM 9TallOM IIPW BHEIPEHHUNW MEeTOaU-
KH W3MEpeHu#l B IeATeIbHOCTb JsiabopaTopuu. B
JMAHHOU CTaThe MPOIlelypa BATUIAIINH PACCMOTPEHA
Ha MIpUMEepe METOIWKH OIpeesieHUs OCTATOYHOTO
coflepKaHUsa SHPOQIOKCAIMHA B MPOAYKTAX ITHATA-
HHA METOJOM BBICOKOI((EKTUBHON IKHIKOCTHOM
xpoMarorpaduu ¢ Macc-CIIeKTPOMETPUIECKUM [ie-
TEeKTHPOBAHWEM. ¥ CTAHOBJIEHBI 3HAYEHUS CJIEHYIO-
IUX XapaKTEepPUCTUK, BXOMAININX B MUHHUMAJIbHBIN
HeoOXOOUMBIA 00BbeM BAIUOAIIMOHHBLIX HCCIeN0BAa-
HUM: Tpemen O0HAPYIKEHUs, Tpemesl OIpeNeIeHus,
IUAaIas30H JIMHEHHOCTH TIPaJAyHpPOBOYHOM Xapakre-
PHUCTHUKH, IIPABUJIBHOCTH, IIOBTOPAEMOCTb, BHYTPH-

smabopaTopHaA MPEIU3nOHHOCTD, TUATIa30H U3Mepe-
HUH. [[OIIOTHUTENBHO PACCUNTAH TIPeNesl IPUHATHI
pemenusa. Ilporenypoi Bamumanuu MOATBEPKICHA
BO3MOJKHOCTH TIPUMEHEHHs METOIUKH W3MEpPeHHH,
perimamentuposanuoin 'OCT 32797 [4], B mamHoi
1a60paToOpuM C UCIIOIH30BAHWEM HMEOIIEerocs 060-
pPyZIOBaHUS IIPH OIIEHKE COOTBETCTBUA OOBEKTOB
(MOJIOKO W MOJIOYHBIE IPOAYKTHI;, SAHIA U SHIHBIH
TIOPOIIIOK; MSCO ¥ MSCHBIE MPOAYKTHI; MACO U IIPO-
IYKTBI U3 TITUIBI) TPEOOBAHUAM TEXHUIECKOTO Pery-
suposBauus TP TC [7, 8].
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HNuadopmamusa

Information

90-J/IETUE MoH

THE 90th ANNIVERSARY OF MOSCOW POWER ENGINEERING INSTITUTE

B 2020 r. ucrmonusierca 90 mer HanmonansuoMy uccie-
moBarenbckomy yaHuepcuretry «MAW». Ceromns HUY
«MOW» — aro Bexymuii Bys Poccuu B obtactu sHepre-
THKH, SHEPrOMAIITHHOCTPOEHUs, SIEKTPOTEXHUKH, Pa-
IUOTEXHUKH, DIIEKTPOHUKH, HH(POPMAITHOHHBIX TEXHO-
goruii. HUY «MOW» Briovaer B cebsa 12 HHCTUTYTOB,
59 rkadenp, 6omee 100 HaydIHO-HCCIETOBATENBCKUX JIa-
Goparopuii, CIEIHATU3NPOBAHHBIN OIBITHBIN 3aBOI,
yHuKanbHy0 ydebHyo TOIl, kpymnHeiinymo HaydHO-
TeXHUYECKYI0 OUONHOTEeKy B cTpame, u T.1. B yHuBep-
curere (6e3 yuera ero 5 puamanos) mpoxoasaT obyde-
Hre mo 25 mampaBieHuaM moutu 15000 crymeHTOB,
0K0s10 650 actiMpaHTOB U JOKTOPAHTOB. BhICOKOE Kade-
CTBO OOy4YEHUsS U HAYIHOU MeATEIBHOCTH 00ecrednBa-
o1 6osee 1000 mpemogaBaTenei ¥ y4eHbBIX, B TOM YKC-
ae 179 moxropos Hayk u 558 KaHAMIATOB HAYK. 34 IO-
cneguue rogsl B HUY «MOW» npu yuacTuu Bemyiux
KOMITAHHM CO3JaHbI U MOJIEPHU3UPOBAHLI yIeOHbBIE TI0-
MellleHusA ¥ 1abopaTopu, OCHAIIEHHbIE COBPEMEHHBIM
000pyIOBaHHEM MJIA MOATOTOBKH BBICOKOKBAIU(DHITH-
POBaHHBIX KAIPOB 71 HAYKOEMKHX OTpacied u Hayd-
HO-KCCJIEI0OBATEIBCKOH eI TeTHbHOCTH.

Opmoii M3 M3BECTHBIX B CTPaHE W 3a pybemxoM Ka-
denp HUY «MOW» aensgerca xadenpa TEeXHOIOTHU
MEeTajjioB, HAyYHO-METOAHYEeCKHe OCHOBBI KOTOPOM
ObLITH 3AJI0/KEHBI KPYITHBIMA YI€HBIMH — 4iI.-Kopp. AH
CCCP U. A. Ogunrom, a.1.H., mpod. M. II. Mapxos-
mom, m.7.H., mpod. H. A. Oxpmanckum. B 1953 r. mog
pyxoBoacTBoM mpod. M. A. Opunra 6bLTH CO3AHEI JIa-
06opaToOpUH METAJIOBEICHUS, KAPOIPOYHOCTH U TeX-
HOJIOTHH 06paboTku MartepuamoB. B 1955 r. mpod.
M. II. MapkoBerr co3maeT 1a60paToOpUy MEXaHUKO-TeX-
HOJIOTUYECKUX HCIIBITAHUN M 6e300pas3IioBOro KOHTPO-

JIT KOHCTPYKIIMOHHBIX MarepuanoB. B 1958 r. na ka-
deape mox pyxosomcTBoM 1pod. ObIaHckoro BIrep-
Boie B CCCP OnLna ocyimecTBiieHa 3IEKTPOHHO-Iyde-
Basd CBApKa M CO3/1aHa J1abopaTOpHsI TEeXHOIOTHI obpa-
0O0TKM MaTepHAJIOB BJIEKTPOHHBIM JiydoM. B mociemy-
IOII[e TOAbI YUEHUKH OCHOBATeNlel Kadeaphl IPoo-
JKAIM Pa3BUTHE BTUX JabopaTopHii, ¥ B HACTOsIIee
BpeMsi OHU OCHAIIEHBI CAMBIMU COBPEMEHHBIMH 000DPY-
IOBaHWEM, ycTaHOBKamMu u npubopamu. Kadempa ss-
JgeTcsi He TONBKO 0011e00pasoBaTelbHOM, HO U CIIe-
nuanusupoBarHo#. IlogroroBka MoOABIX crenmraIu-
CTOB — 0aKajaBpOB M MAruCTPOB — BEIETCA IO ClIe-
nytoruM HanpaBnenusaMm: 15.03.01 — MarmrurocTpoe-
Hre, mpoduab «MamuHbl U TEeXHOJOTHUS BBICOKO3(]-
(PeKTHBHBIX IIPOIECCOB 00PabOTKH MaTepHAIOB»;
13.03.03 — Oueprerryeckoe MAIIHHOCTPOEHHE, IIPO-
¢uns «IIpomsBomcTBO BSHEpPreTHYECKOro 060pyIOBa-
HHU». 3a MOCIeqHNe IATH JIeT Ipernogasarenu Kade-
Pbl TIOATOTOBUIAM U H3ganu 14 y4eOHHKOB, y4eOHBIX
mocobuii ¥ J1abopaTOPHBIX MPAKTUKYMOB II0 MaTe-
PpHATIOBEIEHUIO0, TEXHOJOTUIM 00pPa00TKM W KOHTPOJIST
MaTepHaNIOB.

Kadenpa mocrosHHO BBIMONIHSAET TIyOOKHMe Ha-
VYHBIE WCCIEOBAHUA B paMKaX TOCIIPOTPAMM, IIPOEK-
0B PH® uu PODU, a tarixke mo xoszmoroBopuabivm HUP
C MIPeAIPUATUIMYI SHEPTETUKN, MAITUHOCTPOCHUA, Me-
TaJIypruH, aBHAaKOCMOca. 3a TIOCIeTHHe IATH JIeT
OmyOIUKOBAHBI TPHU HaydHble MoHOorpadgwmu, 107 cra-
Teld B KypHAIaxX, WHIEKCHPYEMBIX B 0aszax MaHHBIX
Scopus u Web of Science, nonyueno 14 maTeHTOB Ha
n300peTeHns, OPraHN30BaHbl U IIPOBEIEHBI 3 MEKIY-
HapOIHbIE KOH(EPEHITUH 110 SJIEKTPOHHO-IyIeBbIM TEX-
HOJIOTHSIM ¥ OIEPATUBHON [MATHOCTHUKE MATEPHUATIOB.
B actiupanType u mokTopanType Ha 6ase Kadenpbl Be-
JeTCs IMOATOTOBKA KaAPOB BBICIIEH KBAIM(DUKAIINH I10
IByM Hay4HbIM crenmanbHocTam: 05.16.09 — Mare-
puamoBenenue (mamwmuocrpoenume) u  05.02.10 —
CBapxka, pofCcTBeHHBIE IPOIECCHI M TEXHOJIOTUH.

B pamrax mo6umeiinbix Meponpuatuii B HUY
«MOHW» 6ymyT mpoBeieHbI HAYYHbIE CEMHUHAPHI C yda-
CTHEM W3BECTHBIX OTEUYECTBEHHBIX M 3apy0esKHBIX
VUYEHBIX II0 AaKTyaJIbHBIM HAy4YHBIM IpobiieMam.
TemaTuka OIHOTO U3 HUX, KOTOPBIH COCTOUTCSA Ha Ka-
(enpe TexmosOormum MeraioB, OygeT MMOCBSIIEHA CO-
BPEMEHHBIM JOCTHIKEHHUAM B 00JIACTH WHIKEHEPUU II0-
BEPXHOCTH, 3JI€KTPOHHO-TYIYEBbIX TEXHOJOTUH U TUar-
HOCTHKH MaTepPHAIOB.
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