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L7151 yMEeHbIIIeHs CHCTEMHON TOKCHYHOCTH U YILydIeHus (DApMAKOKAHETHUKN IIPOTHBOOITYX0JIe-
BBIX ITPENapaToB 9acTO HCIOJb3YIOT UX JHUIocoManbHylo copmy. MomHoionanerar HaTpus
(MHA) — uHrubUTOp TTUKOIN3a — IPOTHBOOIIYXOJIEBBIH NperapaT, HaXOAAIUNCT Ha CTa/UH
KInHIYecKux ucnbirannii. MUA wHKANCyIHMpoBain B IUIIOCOMBI (JIMIIOCOMAIBHAS SMYJIBCHUS CO-
nepskana 1,2-numansMmuroni-rauiepo-3-gpocpoxomuH ([ I1PX) u xonecrepus (Xoi) B MOIIPHOM
coorHoennu 9:0,8) METOOM SKCTPY3HH: B 3aBUCKMOCTH OT YCTOBUH THAMETP OTy4eHHbIX JIU-
mocom coctasu 100 mwmm 400 mv. IlomyyeHnble TUIIOCOMBI OYHIATN OT HeBKmodenHoro MHUA
myTem quasnusa B redenue 3 4. [ onpenenenns MUA, copep:xalierocs HeocpeaCcTBeHHO B JIH-
ocoMax, Heo0XO0[MMO CHa4a/Ia OTAeUTh JTUTIOCOMBI OT MEFKITHIIOCOMATBHOM KHTKOCTH, KOTOpas
Takke comep:kuT HeBKmoueHHbrit MUA. [l 9TOH 1e/iu MCIIoMb30BAIN COPOITHIO JIMIIOCOM HAa
AKTUBHPOBAHHOM yTJIe. 3aTeM He00XOIUMO PaspyIIuTh 000J0UKY JIHUIIOCOM: U3 HUCCIeIOBAHHBIX
arertoB (ITAB, GeHsamKoHMA XJIOPHJI, AI[POTOHHbLIE pacTBOpHTeNnH) Haubosee >hheKTHBHBIM
JUI 9TOH LIeJIN OKasasics JuokKcaH. Paspaborana mertoxuka onpenenenns MUA B munocomais-
Hol dhopme B uanasone 31,3 MKr/mM — 7,9 Mr/mi ¢ npesieniom o0Hapy:eHus 5,6 MKr/mI1, obecrie-
yuparomas pasgenenne MUA, xomecreprHa 1 (OCOIUIHIOB, C UCIIOIH30BAHUEM METOAA XPO-
Marorpadpun ruAPOUILHOT0 B3AUMOJEHCTBUA CO CIIEKTPO(POTOMETPHUIECKUAM [[ETEKTHPOBAHU-
eM Ha JyiiHe BOoaHBI A = 260 HM. B kauecTBe mopBMKHOM (Dasbl MCIOIB30BAINA PACTBOP ALIETO-
HUTpWIA B Bojie B 00beMHOM cooTHoIernu 50:50 ¢ mobasaenueM MOIU(pHUKATOPOB — YKCYCHON
kucnoThI (60 MMomnb/m) u dhopmuaTa ammonus (30 MMOIE/TT), HEMONBIKHAA (haza — aMHUHOIIPO-
MHJICHINKATENIb. ¥ CTAHOBIIEHO, YTO HEe3aBHUCUMO OT quaMerpa no3a MHUA B 1 vt mumocom cocra-
puia 0,20 — 0,23 mr. J[s1a UCIIONb30BaHMS B JAIBHEHIIINX UCCIENOBAHUAX BHIOPAHBI JIUITOCOMBI
nuamerpoM 400 HM, Golee MATKHE YCIOBUA MOy4eHUs KOTOPBIX 00eCednBaloT MEHbIINE CTe-
IIeHb OKHUCIeHUs JununoB u morepu MUA.

KiroueBnie cioBa: I/IHI‘I/I6I/ITOpr TJINKOJIN3A,; MOHOﬁOI[aJ.IeTaT; orpeneseHue; JUII0COMBI;
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IN LIPID NANOSTRUCTURES

© Dmitry A. Korshunov,!* Irina V. Kondakova,! Evgenia A. Sidenko,!
Elena E. Sereda,:2 Natalia Yu. Zolotukhina3

L Cancer Research Institute, Tomsk National Research Medical Center, 5, Cooperativny per., Tomsk, 634009, Russia;

*e-mail: ieved@ya.ru

2 Siberian State Medical University, 2, Moskovsky trakt, Tomsk, 634050, Russia.
3 National Research Tomsk Polytechnic University, 30, prosp. Lenina, Tomsk, 634050, Russia.

Received March 1, 2023. Revised September 10, 2023. Accepted September 21, 2023.

A liposomal form of anticancer drugs is often used to improve pharmacokinetics and reduce systemic tox-
icity of the drugs. The goal of the study is to develop a method for quantitative analysis of a liposomal form
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of sodium iodoacetate (IA), glycolysis inhibitor, which exhibits a pronounced antitumor activity. Liposomes
were prepared by extrusion at a temperature of 25 — 55°C under argon pressure ranged from 2 to 10 MPa.
The obtained liposomes were purified from the non-incorporated component using dialysis. The method of
HPLC was used to analyze the inhibitor solution in liposomes. The method of hydrophilic interaction
chromatography revealed a high selectivity of iodoacetate with aminopropyl silica gel as a stationary
phase. The best option for analysis was to use a spectrophotometric detector. The results of analysis
showed that the dose of the inhibitor in 1 ml of liposomes was 0.20 — 0.23 mg regardless of the liposome
size. In terms of the weight of an animal, the amount of iodoacetate was 8 — 9 mg/kg. The analysis of
liposomes by the developed method showed that the highest yield and a high degree of purification is at-
tained at low temperature (no more than 40°C) and duration of dialysis for about 3 h. For these purposes,
the use of liposomes with a diameter of 400 nm turned out to be the best option.

Keywords: glycolysis inhibitors; sodium iodoacetate; determination; liposomes; HPLC.

Beenenue

HecMmoTps Ha aKTUBHBIN IIOUCK HOBBIX JIEKAPCT-
BEHHBIX CPEJCTB [JII JIEUEHUs PaKa, Bce HeoOXOmu-
Mble KIIMHUYECKHE WCIBITAHUS IIPOXOAUT JHUIIb 5 %
HCCIeyeMbBIX IIPEIapaToB. JTO CBI3aHO C TE€M, UTO
IIOJIOBHHA HOBBIX HMCCIEIYEeMbIX areHTOB HE IIPOXO-
OUT IIePBBIA OTAN KJIUHWUYECKUX WCIIBITAHUN II0
OIlEHKe TOKCHYHOCTH ¥ (papMaKoKHHeTHKH [1].
MHO:%eCTBO IMOTEeHIIUAILHBIX Ar€HTOB U HEKOTOPhIE
CYIIEeCTBYIOII[HE IIPOTHBOOILYXO0JIEBbIE CPEICTBA Ciia-
00 pacTBOPHMMBI B BOJE M ILIOXO IIPOHHUKAIOT uepes
MeMOpaHbI KIIETOK, II03TOMY TpebyeTcs HUCII0Ib30Ba-
HYEe HAHOTEXHOJIOTUH aJPEeCHOM JOCTABKHU AJId YIIyd-
1meHusA (PAPMAKOKMHETHKNA W CHUKEHHS CHCTEMHON
TOKCHYHOCTH mpenaparoB. CIUCOK IMOTEHITUATbHBIX
CpeCcTB HAHOMEIHUIIMHBI [IJIS 11eJIeBOH JOCTaBKHU Jie-
KApPCTB IIOCTOSHHO PACTET W PACIIHUPSIETCSI: B OCHOB-
HOM KCIIOJIb3YIOT JUIIOCOMbI, MHUIIEILIbI, HAHOYACTH-
IIbI ¥ KOHBIOTATHI OJUMEPOB [2].

Ha ceromusammuuii 1eHb CyIIecTByeT MHOMKECTBO
OMOMATEPHANIOB, HCIIOIb3yEeMbIX IIPH JIEUCHUH OHKO-
JIOTHYECKuX 3aboieBaHuii. JIMIIOCOMBI U Ipyrue Ha-
HOOMOMATEPHUAJIbI HA OCHOBE JIUIHUIOB BBIAEISIOTCS
TeM, YTO OHU OBLTIH II€PBOM KJIMHHYECKH O100peH-
HOM TepaIeBTUYECKOH HAHOIIAT(OPMOM IJIsI Jiede-
HHS PAKa U IIHPOKO IPEICTABJIEHBI B KINHUYECKUX
ucnbiTanuax [3 — 7]. Kpome Toro, 6110 mOKasaHo,
YTO JIMIIOCOMBI VJIy4IIAiT (PapMaKOKUHETHKY |
OuopacIiipeieieHre MOJIEKYJ IIPOTHBOOILYXO0JIEBBIX
mmperapatos [8].

B macrosinee BpeMs aKTHBHO BENyTCS IIOMCKHU
HOBBIX CPEJCTB IIPOTHB paKa, K YUCILY KOTOPBIX OT-
HOCSTCA IIperaparhl, CBI3aHHbIE C META00THNIECKUM
nepenporpammupoBanuem [9, 10]. Hecmorpsa wa To,
YTO OIyXOJH COAep:KaT MeTaboJHYecKue H3MeHe-
HUSI, BO3JIEHCTBHE HA KOTOPble KPUTHYHO [JIS JKU3-
HECIIOCOOHOCTH KJIETOK, 0 CHUX IIOp 3Ta ujaes He
IPHUBeJA K OIBJICHHIO MHOMKECTBA aHTHUMETA0OJIH-
YEeCKHX AreHTOB C BBICOKOH W IIpeICKasyeMou -
(erxruBHOCTEIO. KiTtoueBoil mpobiiemoit aHTrMEeTado-
JITOB, BBLIABICHHOM B HCIBITAHHUIX, SBISIETCA HX
BBICOKAsI cucTeMHas TokcuuHocTh [11, 12]. Crowmr
OTMETHUTH, YTO HA JAHHBIA MOMEHT HCILITAHUS d(-
(hekTHBHOCTH U 6E30IIACHOCTH HHTUOMTOPOB IJIHKO-
33 HAXOMATCSI Ha PAHHEH CTAaWW U COCPemoTode-

HBI JIUIIb HA OIEHKe WX JEeUCTBUSI B CAMOCTOATEIh-
HOW (hopMe, B OT/IMUYKE OT AKTHBHOM paspaboTKu
JIUTIUHBIX U WHBIX HAHOCTPYKTYP XOPOIIO M3ydYeH-
HBIX JIEKAPCTBEHHBIX MTPENapaToB MPOTHBOOIYX0JIe-
Boro pazaa [13, 14]. Cpeau u3BeCTHBIX UHTHOUTOPOB
[JIMKOJIM3a MOYKHO BBIIEIUTH PAJl COCIUHEHUH, KO-
TOpbIe 00IAAI0T TOTEHI[MATHHO BHICOKOU CHHEPTHU-
el ¢ JIMIIOCOMAMHM TPU BO3IEHCTBHU HA OIYyXOJb B
CUJIy MX WHIUBHUAyaIbHBIX cBoiicTB [15]. K HuM ot-
HOCHUTCA WHTHOUTOP MOHOMOAAIETAT, OXWH W3 IIO-
TEHITUATBHBIX TPOTHBOOIYXOJEBBIX areHToB [16].
[To6ouyHbIM feliCTBHEM 3TOTO Mpermapara SBJISeTCS
KapAMOTOKCUYHOCTh, KOTOPYI0 MOKHO 3HAUHUTEIHHO
CHUBUTD 34 CUeT U3MEHEHHUA ero 6HopacIpeIeTeHus
P WCIOIB30BAHUU €ro JIMIOCOMAIBHOU (DOPMBI
[17]. IToaTomMy mma mccaeqoBaHUA IIPOTUBOOILYXOJIe-
BOH AKTHBHOCTH MOHOMOAAIeTaTa B JIHUIIOCOMATh-
HOI (popMe HeoOXOAUMO IePBOHAYAIBHO paspado-
TaTh Pabouyio U CTA0MILHYI0 HAaHO(OPMY H IIpOBec-
TH OIIpefieJIeHNe BKIIYEHHOTO IIpenapara.

BonbmuHCTBO 1I€KAPCTBEHHBIX MPENapaToB SB-
JIeTc MHOTOKOMITOHEHTHBIMH CMECSIMH, U /IS OIl-
peneneHuss B HUX COJEPKAHUA MEeHCTBYIOIIET0 Be-
II[ECTBA MPEK/e BCET0 HEOOXOAMUMO OTIEIUTh €r0 OT
BCIIOMOTATeNILHBIX BellecTB. Kpome Toro, anamms
JIEKAPCTBEHHBIX (POPM HOJpasyMeBaeT 60abIIoH mo-
TOK 1Ipo6 u pyTuHHOCTH. Mlcxoms us sToro ana aHa-
34 JIUMOCOMATBHBIX JIEKAPCTBEHHBIX (hOpM Iieire-
co00pasHO KCIIONB30BATH METOJ BBICOKOI(PPEKTUB-
HOU KuaKocTHOM xpomarorpaduu (BIHKX). Cpenu
papuauToB BOKX maubosbinii uHTEpEC IIPEICTaB-
JfAeT XpoMaTorpaus TUAPOMPUILHOTO B3aUMOIEH-
crus (peskum HILIC), KoTOpyio MOKHO HCITIOIB30-
BaThb I pa3/eleHus MOJAPHBIX COeAMHEHUH, cia-
060 ymep:xMBaeMbIX B obpaiieHHO-(pazoBoii BIKX,
Takux Kak (pocOoTUIIUabI, H3-32 THAPOMUIBHOM
«rosioBkm» [18]. IlenecoobpasHo Takke IprMeHeHne
MOAHMUIIPOBAHHOTO COPOEHTA, HATIPUMED, AMUHO-
[IPOIMJICHINKATe/sI, KOTOPHIH 3a CYeT HAIUIHS
-NH, rpynn cmocobeH ymep:xuBaTh MOHOIOmAIlE-
Tar-anuoH. B orimuue or pexmmma HILIC, ompene-
JIEHWE TIOJIIPHBIX ¥ OCHOBHBIX COCTUHEHUN METOIOM
obparerno-daszosoit BAHKX (0P BIKX) ocmoxms-
ercs HeoOXOAMMOCTBI0 KCIIOJIb30BAHUS BBICOKOKOH-
IIEHTPUPOBAHHBIX BOAHBIX Oy(EpHBIX PACTBOPOB
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Iajke B CIydae CaMbIX HHEPTHBIX COPOEHTOB, YTO
MPUBOAUT K HCKAKEHHMIO (DOPMBI IHKOB. Pasmene-
HUe TaKWX COeJMHEHUH MeTOI0M HOPMAabHO-(a3o0-
ot BOKX (H® BOKX) Ha moIsIpHBIX HEIOIBHIK-
HBIX (pasax C HMCIOIb30BAHWEM OPTaHUYECKHX pac-
TBOPUTEJIEH B KaueCTBE DIIF0EHTOB Maa03deKTuB-
HO ¥ XapaKTepu3yeTcd aCUMMETPUIHOM DOPMOIi ITH-
koB [19]. 'uapodunpHaa xpomarorpadus coyeraer
B cebe MpHMeHeHHe HeIOIBMKHBIX (a3, XapakTep-
veiX gua H® BIKX, u mogBm:xHbBIX (has, MCIIOIb-
syembix B O® BIWKX, u mpencrasisier coboit anb-
TePHATUBY I Pa3/eeHUsI U OIpeNeeHNs TOJAP-
HBIX U 3apaKeHHbIX coenuueHui [20].

Heo6xoxnMo Takske OTMETUTE, ITO CO3[IaHUE JIU-
I0CcOM TPebyeT COOIONEHUs PIaa YCIOBUH, KOTOPhIE
HeoOxoauMo yuuThiBaTh [21]. OnrumanbHas Temiie-
parypa isi HHKAICyTHPOBAHUA Ipenapara B JIHIO-
coMmbl JexuT B auanasome 60 — 80 °C, uyro moxer
OKA3aThCAd HEIPUEMJIEMbIM IIJII MHOTHX WHTHOWUTO-
poB. TemmeparypHbIil peKUM SBISETCI OIHUM U3
KJII0YEBBIX (DAKTOPOB CHEP:KHUBAHUA B paspaboTKe
JINTIOCOMAJIBHOM JIEKAPCTBEHHOM (DOPMBI, TAK Kak
MHOTHE TOTEHITHAJIbHbIE ATeHThI MPU YKa3aHHBIX
TeMIeparypax Jerko okuciaaioTca. MoHoliomamerar
SBJIETCH CBETOUYBCTBUTENHHBIM, TAKKE BO3MOKHBI
ero motepu npu sKcTpysuu [22]. IloaTromy mporecc
CO3aHU JIUIIOCOM HEOOXOIMMO KOHTPOJIHUPOBATH:
HAM0 HAWTU NpHeMJIeMble YCJIOBHS, IPHU KOTOPBIX
OymerT BO3MOKHO MHKAIICYIHPOBAHUE areHTa ¢ Hau-
MEHBIIIUMH HoTepAMH. [[pyruM BayKHBIM MOMEHTOM
SBJISIETC OYUCTKA JIUIIOCOMANBHOM (POPMBI OT He-
BKJIIOUEHHOTO mpemapara. Bece mepeuncienube 3a-
a4 MOKHO PEIIHUTh ¢ moMoIbio meroma BIKX,
T.€. HUCIIOJIb30BAHUE XPOMATOrPaU THAPOPIIHHO-
r0 B3aMMOMEHCTBUSI MOKET PeIarh Cpasy HEeCKOJb-
KO KJIIOUEBBIX MPO6JIEM CO3MaHUA JUITOCOMATHHOM
JIEKAPCTBEHHOHN (DOPMBI MOHOMOAIIETATA.

[ens paboTsl — pas3paboTKa METOIUKHN OIpese-
JIeHUs MOHOMofoanerara B JUMHAHBIX HAHOCTPYK-
Typax ¥ HAXO:KIEeHHWE ONTUMAJILHBIX YCIOBUH TOIY-
YEHWUS JTUIIOCOM.

JKCIEePUMEHTAIBHASA YaCTh

B wuccrmemoBaHWM HCIOAB30BAIU JIUIIOCOMBI C
pasaudHbIM guamerpoM. g moMydeHus SMyIbCUn
TIOJIBIX JIUIIOCOM HCIOJIB30BAIH 1,2-TUTATbMUTOWI-
riurepo-3-gocedoxomun  (JIIDPX) u xomecrepun
(Xom) (Sigma Aldrich, CIIIA) B MOIAPHOM COOTHO-
mennn JIIOX:Xox = 9:0,8.

Jlns MHKAnCynWpOBaHWA B JIMIOCOMbI MHTHOU-
TOp rIHKoam3a MmoHouomoarerar Hatpusa (MHUA,
Sigma-Aldrich, CIIIA) momerjanu B Kamepy SKCTpY-
Iepa, COmep:Kallyl0 JUIOCOMAIBHYI0 OMYJIbCUIO.
IlonyueHHy0 5MYJIBCHIO C IIPEIAPATOM (DHUIBTPOBA-
au 12 pas yepes noaukapboHaATHBIE (DUIBTPHI C AHUA-
metpom mop 100 uam 400 M (Sartorius, 'epmanus)
B 9KCTpyepe mpu Temieparype 25 — 55 °C u masie-
HUU aproHa B quanasone otr 2 no 10 MIla B 3aBucu-

MOCTH OT JAHAMeTpa MOop MeMOpaH, HCIIOJb3yeMBbIX
misa sxcrpysuu [23]. IlomydenHble TUIOCOMBI OYH-
I[AJTH OT HEBKJIIOUEHHOTO KOMIIOHEHTA C IOMOII[BIO
nuanuzHoit MemOpanel (ROTH, CIIA). Jlna ompe-
IeneHud moaydeHHOro comepskanus MUA B mumo-
coMax WX MPeIBAPUTEIBHO Pa3pyIlald C HCIIONb-
30BAHHEM AaIPOTOHHOTO PACTBOPUTENA IHOKCAHA
(suitable for HPLC, Sigma-Aldrich, CIITA).

Ina ananusa B KauecTBe MOABMIKHOLN (hasbl uc-
nosb3oBanu cMmech arerouutrpmwia (¥YP-MK-BIKX
(rpaguent), ACS, Panreac, Mcmauwus) ¢ Bomoil B
oovemuOM cooTHomenuu 50:50 ¢ mobaBieHHEM
60 Mmmoub/n nepsaHON yKcycHOM KuciaoTsl (x1, 'OCT
61-75, Scharlab, Hcnauus) u 30 Mmon/a hopmua-
Ta ammouus (>99 %, Sigma-Aldrich, CIIIA) mis Kou-
TPOJIA KHUCIOTHOCTH TIOABMKHOM (hasbl U cTabuiu-
samuu MUMA. TIpu wmcnonssoBanus IIAB Tpuron
X-100 (Sigma-Aldrich, CIIA) pmna paspyiieHusa
JUTIOCOM 00'bEMHOE COOTHOIIEHWE AleTOHUTPHIA U
BoabI coctaBisano 80:20 ¢ TeMu ke KOHIEHTpAIIUA-
MU MOAU(HUKATOPOB MOABHKHOUN (pasbl. B KauecTse
HETOJBU;KHOM (pas3hl UCIIOIb30BAIM AMUHOIIPOIIUII-
cumuKareab Ha 5-MKM KomoHke ZorbaxNH2
4,6 X 150 mm (Agilent Technologies, CIIIA). MUA
OTIpefieNisiaii C UCIOIb30BAHUEM JKUIKOCTHOTO XPO-
martorpada Agilent 1260 (Agilent Technologies,
CIIA) co crmekTpoOoTOMETPUIECKUM [ETEKTOPOM
Ha IUOmHOM Marpuite. KosnmdaecTBo BBOTUMOM IIpo-
0n1 coctasisno 5 mir. o 3aBepienuy ananmusa ¢ mo-
MOIIbI0 IIporpaMMHOro obecrneuenus Agilent Mass-
Hunter ompegensamu mnomanu xpomarorpadu-
veckux mukoB MUA npu mpnwae BomHBI A = 260 HM,
0o6beMHAsI CKOPOCTH MOTOKA COCTaBIIsLIA 1 MJI/MUH,
TeMIepaTypy TepMocTaTa KOJOHKM yCTAHABIUBAJIU
Ha ypoBue 20 °C. Bpewms ynepsusBanms MUA co-
cTaBjdeT IopAAKa 7 MUH, XojlecTepuHa — 1,6 MUH,
doconunugos — 2,5 mun. Bpemsa ynep:xuBaHus
ompesenanu n00aBIEHUEM CTAHAAPTHBIX 00Pa3IloB
COOTBETCTBYIOIIUX KOMIIOHEHTOB.

JLJ1s1 IpUroTOBIEHNS ITOABMKHON (DA3bl B XHUMU-
YeCKUH CTakaH BMeCTUMOCTHIO 1 i1 BHocuiu 1,8916 r
dopmuara ammonus, npubapmsau 500 Ma BOIBI,
ounmennoi mua BOMX. losogmmu smavenme pH
pacrtBopa 1o 1,5, mpubasiisaa YKCYCHYIO KHUCIOTY (ee
MIpUMePHBIH 00beM cocrasisan 3,4 mia). K pacreopy
mobapystin 500 MJI alleTOHUTPUIIA U IIepeMelluBa-
au. [lonyuennsiit 6y epHbIi paCTBOP IIEPEHOCUIN B
eMKOCTh JJIs1 ToABMKHOMU (paspl. Ilepen nposemenn-
€M aHaIu3a 3JI0EHT JeTa3UPOBAIH B YIbTPA3BYKO-
poii Bauue ElmasonicP10H B reuenue 30 mum.

Jlns mocTpoeHMA TIPaJydPOBOYHBIX 3aBHCHMO-
creii roToBUIH JBe cepun pactBopoB MUA B cmecu
arteroruTpuia:Boga = 50:50: 7 pacTBOpoB B mepBOM
cepuu u 4 — Bo BTopo#i. Macch! B3AThIX HABECOK U3-
mepsnu ¢ Tounoctsio 0,1 mr. Kornenrparmun MUA B
pactBopax mepBoi cepuu cocraBiadaau ot 0,198 mo
7,9 Mr/Mir, B pactBopax BTopoii cepuu — ot 0,03125
1o 0,25 mr/mir.
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DAD1 - A:Sig=2604 Ref=off 190419_IODOACETATE_15MG_ML_30H20_70ACN_2.d a

I/IHTeHCI/IBHOCTL, OTH.eqn.
o

05 1 15 2 25 3 35 4 45 5 55 6 65 7 75 8 85 9 95
Bpewmsa ynepixuBanusa, MuH

DAD1 - A:Sig=260,4 Ref=off 270419_I0DO_0.15MG_ML_50_50_5MKL_1.d 6

N W B o

HHTGHCI/IBHOCTB, OTH.e[n.

-1

1 2 3 4 5 6 7 8 9 1 11 12 13 14 15
Bpewms ynepsxuBauus, MUH

Puc. 1. Xpomarorpamma pacreopa MUA B mogsuskHO#M (hase
arerouuTpuia — Boaa (50:50): a — 6e3 q06aBIEHUA KUCIOT U
cosel; 6 — ¢ qo0aBIeHUeM YKCYCHOM KHCIOTHI U (popMHUAaTa
AMMOHHS

Fig. 1. Chromatogram of IA solution in acetonitrile — water
(50:50) mobile phase: ¢ — without addition of acids and
salts; b — with acetic acid and ammonium formiate

JIUIOCOMBI  OTHENANM OT MEKIUITIOCOMATBHOMN
JKUIKOCTH MeTomoM copbumu. B mpobupky OmmeH-
nopca momeranu 1,5 Ma aumocoMm, m00ABIATH K
HUM 35 MI' aKTHBUPOBAHHOTO YTJIf, BCTPAXUBAIU U
samopaskuBaau Ha 12 4. Yepes 12 u paszmopakusa-
JIA COMEP:KUMOe MPOOUPKH TP KOMHATHOM TeMITe-
parype B Teuerue 60 MUH 0 MOMEHTA €0 pasjeie-
HUS HA [OBa CI0s. BepxHuii mpo3padvHbId CIOH CO-
IepiKaT MEeKIUIIOCOMAIBHYIO0 JKUIKOCTb, OCAKIEH-
HBIH CI0# GBI CO CTYCTKAMM JIMIIOCOM, aJcOpPOUpPO-
BaHHBIX HA AKTHBUPOBAHHOM yTJI€.

OnTuManbHOCTh BHIOPAHHBIX YCIOBUM aHAIH3a
OLIEHUBAIH 10 KOB((UIIHEHTY ACHMMETPHU ITHKOB
As u paspelreHHo Mexxy mapamu mmkoB MUA u
KOMITOHEHTOB JIMIIOCOM Ha xpomarorpamme. J[mis mo-
Ka3aTeJIbCTBA MPUTOJHOCTA METOMUKN AHATU3a TaK-
K€ MCIIO0Jb30BATH BATUIAIIMOHHBIE KDUTEPHUU B CO-
OTBETCTBUHM C PEKOMEHIAIIUSIMYU ITPOTOKOJIOB TI0 XPO-
MaTorpauu i OIEHKH YyBCTBHUTEIBHOCTH, IIO-
BTOPSIEMOCTH, TMPOMEKYTOIHOH MPEI[U3HOHHOCTH,
MPABUIBHOCTH UM [AMAIIA30HA OIPEeIIeMbIX COMep-
sxaHuu [24 — 26].

SuaveHue K03(P(PHUIIMEHTa aCHMMETPHUH PACCUH-
THIBAIIH 110 POPMYJIE:

As = Wy 05/2Ac,

rne W, ;s — IIHMpUHA MHKA Ha YPOBHE 5 % BBLICOTEI,
MuH; Ac — JyIHHA 0Tpe3Ka, IPOBEIEHHOT0 OT IIepe-

Hel 4YacTu NHKa J0 ero CepeJuHbI Ha ypoBHe 5 %
BBICOTHI, MHH.

Kosddumumenr pasperiieHus Mexmy ABYyMs IIH-
KaMH PaCCYUTHIBAIH IO (popMyIIe:

_ Z(trQ B trl)
W, + W,

RS

b

rae ¢, — BpeMs YIEep:KUBaHUI i XpoMarorpadu-
YecKoro muka, muH; W — mmupuHa xpomarorpadru-
YECKOTO NMUKA Y OCHOBAHUA, MUH.

Koadpdurment Bapuanwu BbHUCIIIN 0 Op-
MyJIe:

CV = S -100 %,
x
rae S — craHAapTHOe OTKJIOHEHHWE; X — CpelHee

3HAYEHUe.
Koumenrparmmio MUA (Mmr/mir) paccyuthiBain
o popmyiie:

c - BSVa
1 Vc ’
rae a — KO09(p(pUIMeHT IPOIOPIIMOHAIBHOCTH TPa-
IYUPOBOYHOM 3aBUCHUMOCTH; S; — ILUIONIAAh XpoMa-
TOrpapuIecKoro muka KOMIIOHEHTA, OTH.em.; V, —
00BEM aTHUKBOTHI MPOOBI IPHU pas3baBieHUN HA CTa-
IUU TPO6OIIOATOTOBKM, MI; V., — 00beM MepHOH
KOJIOBI, UCIIOIb3yeMOl pu pasbaBieHuu TpoObl HA
CTaguu IPOOOIIOATOTOBKH, M.

O6cy:xaenue pe3yabTaTOB

MMA wnmeer nBa MaKCHMyMa IOIVIOIICHHSA B
Y®-muanasone (200 u 260 M) [27]. OgHako gauHA
BONHBI B patioHe 200 HM HempuMeHUMA AJIA JeTeK-
THPOBAHUsA, TaK KAK COOTBETCTBYET MaKCHUMyMy IIO-
IJIOI[EHUA AaIleTOHUTPUIIA, OCHOBHOTO KOMIIOHEHTA
noasuxkHOM asel B pexxume HILIC. XpomaTorpam-
ma pacrBopa MHUA c¢ wucmonp3oBaHueM KOJIOHKH
ZorbaxNH2 u mnomsw:kHOI (pasbl aleTOHUTPHI:
Bozxa (50:50) mokasana ua puc. 1. IIpu mobasienun
B MIOJIBI/KHYIO (pasy YKCYCHOM KHCIOTHI u hopMuaTa
aMMOHUA JJIA MOJ/Iep/KaHusa HeoOX0UMOT0 yPOBHSA
KHCJTIOTHOCTH, crabunusupylomero MHA, dopma
nuka MMWA 3mauntenvbHO yiaydmiaerca  (cM.
puc. 1, 6).

ITockonbKy pasMbITHE THKOB 3aTPYIHAET KOIU-
YEeCTBEHHBIN aHaIN3, IPOIeaAypa OIIpeaeeHus
IOJDKHA 00ecredmBaTh JAOCTATOYHYI0 XpoMaTorpa-
(prueckyo 5(pHEeKTUBHOCTD U CHMMETPHIO JIJIST BCEX
xpomarorpaduyeckux nukroB. Haa ompeneneHus
MEepPTBOTO BPEMEHH B 9THX YCIOBHUAX ObLI IIpOaHATIH-
3UpOBaH pacTBop HapTamuHa. Bpems ynepsxuBanus
HaTaTHHA COCTAaBUIO 1,5 MUH ITPU CKOPOCTH ITOTO-
ka 1 mia/mMuH. 3HaveHuwe KoadduimeHTa pasperie-
Hua Mexny nukamu MUA u KOMIIOHEHTOB JTHIIOCOM
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¢ pacTBopuTesieM coctaBmio 13,4 ex. mpu He0OXOaH-
MOCTH MHUHHMMAJTLHOTO 3HavYeHud 1,5 ef., YTO COOT-
BETCTByeT TPeOOBAHUIM MPUTOIHOCTH XPOMAaTOTrpa-
duueckoii cucremMbl. 3HAYeHUE (haKkTOpa acHMMeT-
pun nwka As, paBHoe 1,1 npu HeoOXOTUMOM aHATA-
some 0,8 -1,3, Takxke CBHAETEIBCTBYeT 00 OIITH-
MaJIFHOCTY BHIOPAHHBIX YCIOBHUE ananusa [24 — 26].

Jlns paspaGorkn Merogukn omnpegenerns MUA
MBI 3apPeTHCTPHPOBATM XPOMATOTPaMMYy PacTBOpa
MMHA c mobGasienuem ochaTuIUIX0IHHA U XOJIe-
crepuna (puc. 2).

Ha prc. 2 nmepBas rpyrmma IHKOB COOTBETCTBYET
cvecu smmumoB, tmky MMA  coorBercTByer
.~ 7 MuH.

JluanasoHs! ompeneIaeMbx cogepxannii MUA,
WHKAIICYJUPOBAHHOIO B JIMIIOCOMBI, BBIOMPAIH HC-
XOJIfl M3 €ro IPeIojaraeMoi KOHIIEHTPAIIUU B Jie-
KapcTBeHHoO# dopme. Meron momxen 6511 obecredn-
Bath ompeznenenne MHUWA B mupokoMm guamasoHe
KOHIIEHTpAIU#, TaK KaK IPH OIEHKe COMep:KaHUs
mpenapara B JIMII0COMax He00XOIUMO TAKKE YIUTHI-
BaTh €ro Cojiep:kaHure B MEKIUIIOCOMATBHON K-
KOCTH W, KpOME TOT0, YYHTHIBATH IIOTEPH IIperapa-
Ta, MPOUCXOSIIAE B PEe3yIbTaTe HAIPEBAHUS B DKC-
Tpynepe. Ws-3a Gonbnioro pasépoca KOHIEHTpaNui
MHA B aumocoMax M MEKIHMIIOCOMAIBHOM K-
KOCTH MOTPeO0BAIOCH ITOCTPOUTH J[BE TPALyHUPOBOY-
Hble 3aBHCHMOCTH [JI IAAIIA30HOB KOHIIEHTPAIUH
0,2-79 mr/ma u 31,3 — 250 mer/ma: y = 388,005x
(R?=0,99994) u y = 343,8946x (R? = 0,9996)
COOTBETCTBEHHO.

Pacmimpenne amanasoHa KOHIEHTpAIAH I
M000H ¥3 3TUX TPAIyUPOBOUYHBIX 3aBUCHUMOCTEMH
MPUBOIUAT K TOTEpPe JUHEHHOCTH, YTO CBUIETENh-
CTByeT O HEOOXOAMMOCTH HCIIONb30BaTh UX o00e.
B manbueiiniem oneHKa BaNIHIHOCTA METOIHMKH IT0-
Kasaja, 4TO paspaboTaHHbLIM MeTOJ OIpeseleHus
MHA sBasiercs cruerudUYHLIM B JUAIIA30HE KOH-
nenrpamui or 0,7 mo 7,0 Mmr/mia, obecreduBaer IIo-
BTOPAEMOCTh, IIPOMEKYTOYHYIO MPEIU3UOHHOCTh U

DAD1 - A:Sig=260,4 Ref=off 220519_400_B0_1.d

2

Hurencusnoctsb, X 10, oTH.eI.
3% ]

05 1 15 2 25 3 35 4 45 5 55 6 65 7 75 8 85 9 95
Bpewms ynepxuBanusd, Mux

Puc. 2. Xpomarorpamma pactsopa GocharuauaxonanHa, Xo-
JIlecTepuHa ¥ MOHOHMozanerara

Fig. 2. Chromatogram of a solution of phosphatidylcholine,
cholesterol and iodoacetate

YyBCTBUTEJIBbHOCTb Ha

(Tabm. 1) [24 — 26].

IIpu BBIGOpPE yCIOBMIT TOATOTOBKU MPOOBI A
anammsa metogoM BIKX Heo6x0muMo OBLIO yIecTb
errle 11Ba acriekTa. Bo-epBbIxX, 1714 ONEHKH coflepika-
unss MHA HermocpeICcTBEHHO B JIMIIOCOMAX He0b6XO-
JUMO OT/IeIATH JMUIIOCOMBI OT MEKIIUTIOCOMATbHOM
JKMIKOCTH, TAaK Kak oHA Takxke comepsxut MUA. Il
pasmeseHuss WCIOAb30BATH HECKOJIBKO IIOIXOJOB:
neHTpudyrupoBanre, (PUIBTPOBAHHE W COPOIHIO.
Ilepsnie nBa crrocoba okazaauch HEI((EKTUBHBIMH.
Taxk, mpu 1EeHTPUPYTHPOBAHUN PACTBOPA JHUITOCOM
He TIPOUCXOMNIIO PaseIeHus COAEePKIUMOro Ipobup-
Ku OumeHpopda Ha ABa CI0A: JUIOCOMBI OCTaBa-
JIUCh PaBHOMEPHO pACIpEIeIeHHbBIMH B 00Bheme
MEKTUIIOCOMATBHON JKUAKOCTH. Pasnenuts aumoco-
MBI M MEKJTHUIIOCOMANBHYIO KUIKOCTh (PHUIBTPOBA-
HHUEM TaKKe He yIaJioch, TaK Kak (PUIbTP C [ruamMeT-
POM TOp, MEHBIIIUM, YeM caMble MajJeHbKHUe U3 WC-
ciaexyembix jgumocoMm (100 HM), TPUMEHHM TOJIBKO
IIPXA UCIIOJIb3OBAHUHU AOIIOJTHUTE/JIBbHOTIO IaBJE€HUd, a
B Cilydae JIUIIOCOM 3TO MPHUBOAMUT K HUX Pa3pPHIBY H,
KaK CIIeJICTBUE, BBIXOMY U3 HUX JEUCTBYIOIIETO Be-
mecTsa. Mcmonb3oBanve (puiabTpa ¢ mopaMu, 4dei

IOCTATOYHOM  yPOBHE

Ta6auna 1. Merposormdyeckas XapakTepUCTHKA METOUKHN XPOMATOrpadhuIecKoro oIpeIeieHns MOHOMOAI[eTaTa

Table 1. Metrological characteristics of chromatographic determination of TA

Tpebyemoe
XapaKTepHCcTHKa METOLUKA 3HadeHue
3Ha4YeHue
IloBTOpsiemocTs OTHOCHTENBbHOE CPETHEKBAIPATHYECKOE OTKIOHEHHE IIOBTOPSIEMOCTH, 0,4 %, 0,8 %, He 6ouee 3,0 %
CV, % 2,5 %
IIpomeskyrounass ~ OTHOCHTENBHOE CPETHEKBAAPATHIECKOE OTKIOHEHHE ITPOMESKY TOUHOH 1,2 % He 60mee 3,0 %
IPeIU3nOHHOCTh  Ipenusuonuoctu, CV
Croerudprrarocts  Paspemrenue mMexy mapoi IHKOB MOHOMOJAIIeTAT/X0IecTepuH, RS 15,0 He menee 1,5
Paspernenune Mexay mapoil mHKoB MoHOMoaarerar/gochomunumas, RS 13,4 He memnee 3,0

Kooddurment acummerpun muka MUA, As

1,1 0,8-1,3

YyscerBurenbHocTh [Ipemen obHapyxeHms

OTHOIIeHVE CHUTHAJ/IIYM HA YPOBHE HIKHEU TOUKH quanasoHa, S/N 55,5

OTHOCHTENIBHOE CMEIlleHre HA YPOBHE HUKHEH TOYKH auanasona, 06X, % 2,2

5,6 mer/mn  He 6osee 0,5 mr/ma
He menee 10
He 6omee 5,0 %
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Fig. 3. Chromatogram of the flow: ¢ — 1.5 h of dialysis;
b — 3 h after dialysis

auaMeTp 6oJIbIlle, YeM pas3Mephbl JIUIIOCOM, Hellese-
c000pasHo.

A PeKTHBHBIM CITIOCOO0M Pa3aeIeHUd OKA3AIICST
METOJI COPOIINY C UCIIOIb30BAHHEM AKTHBHPOBAHHO-
T0 YIJISi: TIOIYYATIH MEKIUIIOCOMATBHY 0 JKUIKOCTD B
BHUJIe BEPXHEro IIPO3PAadYHOro CJIOA W aAKTUBHUPOBAH-
HBIA yTOJIb C aaCOPOMPOBAHHBLIMHU JIMIIOCOMAMU —
HIDKHUH CIIOH.

Bo-Brophix, 6bI1a mocTaBieHa 3amada I0100-
paTh albTepHATHUBY CyIIECTBYIOIIUM areHTaM, CIIO-
COOCTBYIOITUM PACKPBITHIO JIHIIOCOM M  BBIXOLY
MMUHA wu3 mux. Ogue w3 caMbIX PaCIpPOCTPAHEHHBIX
CII0COO0B PACKPBIBATH JIMIIOCOMBI — BTO HCIIOJIH30-
Baune [IAB. Cpenu ynoMuHAOIMUXCA B OIMyOJIHKO-
BaHHBIX ucciaenoBauusax IIAB, mpumensembix mIst
arou menu, — Tpuron X, Hamumer P-40 [28 — 31].
Bropoii anbrepHaTUBHBIN CIIOCO0 — HUCIIOIb30BAHNE
OeHB3aTKOHUS XJIOPHUIA, UMEIOIIET0 CBOMCTBO paspy-
aTh 00OJIOYKH JKMBBIX KJIETOK [32, 33], a aumoco-
MBI, B CYIIIHOCTH, CXOKH CBOEH 000JI09KO0 ¢ 000104-

Tao6auma 2. CpaBaurenbHas oreHKa 3 eKTUBHOCTH areH-
TOB, PA3PYIIAIOIINX 000JI0UKY JTUTOCOMBI

Table 2. Comparative evaluation of the effectiveness of li-
posome-damaging agents

Paspymaronuii aresr S nura MI7IA, OTH.ef,.

IIAB (Tpuron X, Haunumer P-40) 20,52
Bensankouus xmopun 17,28
AtnpoToHHBIE pacTBOpUTETH (TETpa- 31,31

ruapodypan, IHOKCAH U Ip.)

DAD1 - A:Sig=260,4 Ref=off 220519_400_B1.5_ADD_IODO_1.4
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Fig. 4. Chromatogram of the solution of liposomes
(400 nm) with iodoacetate

KOH KJIETKH KUBOTO opranusma. M tperwuii crroco6 —
9TO WCIOJb30BAHNE AIPOTOHHBIX PACTBOPUTENIEH,
HaIpUMep, TeTparuaApodypana uiu AUOKCAHA.

Hns cpaBHeHus >(P(QEKTUBHOCTH KaKIOTO M3
CI10c000B JIEKAPCTBEHHYI0 (DOPMY CMEIIHBAJIN C Pac-
KPBIBAIOII[MM areHTOM U PACTBOPOM AIleTOHUTPUI —
Boga (50:50) Tak, 4ToOBI BU3YaJILHO MOKHO OBLIO
OIIEHUTH CTEIIEHb PACTBOPEHUS JIUIIOCOM, T.€. J0 II0-
JIydeHus IPo3padvHoi mpodel. Pekomengyemoe coor-
HomeHue — 5:9:5, mampumep, 250 MKJI JHUIIOCOM,
450 mrs1 rerparuapodypana u 250 MKI pacTBOpa
areroauTpui — Boga (50:50). B ciryuae ucmonbsosa-
uua [TAB mobaBka packpbIBaioOIero arenra — 1o 5
kamens (0Koso 20 MKJI), a pacTBOpa alleTOHUTPUIIA C
BoJo# mobasisann 6Gosbire (680 MEI), 4TOOBI 00BEM
MOJIyYEHHBIX P06 ObLI OJUHAKOB.

Ilocne amanmmsa KaKmOro W3 TpeX BapHUAaHTOB
MOKHO CIEJIATh BBIBOJ O TOM, 4TO Haubosee adpdex-
THBHBIM CII0COO0M PACKPBITHS JUIIOCOM MOKHO CUH-
TaTh IPUMEHEHWe AaNPOTOHHBIX PACTOBPHUTENEH
(Tabm. 2).

s ompepmeneHus KOAWYECTBA IEHCTBYIOIIETO
BeIleCTBa B JIMIIOCOMAaX HEOOXOIMMO IIPEBAPUTEb-
HO OYHUCTHUTh PACTBOP OT HEBKIIOUEHHOTO KOMIIOHEH-
Ta. [lepBoHAYATBHO MBI HCIOIB30BAIH JIJIA DTUX ITe-
JIef KOJIOHOYHYIO Tellb-(DIIBTPAIHIO ¢ ceddameKkcoM,
HO 9TOT METOJ OKa3ajiCsi HeIpHeMJIEMbIM, TaK Kak
10 50 % nmumocom ocenaso Ha reme. [losTomy B uTore
OBLI MCIIOIE30BAH METOJ AUATH3a Yepe3 MeMOpaHy.
IIpo6b! anamu3upoBAIN KasKIble I0JI4aca, U 1o pe-
3yJabTaraM aHaln3a, MPeACTaBIeHHbBIM Ha PHC. 3,
MOKHO CHeJIaTh BBIBOA O TOM, YTO 3 U JUATHU3HOTO
BPEMEHH TOCTATOYHO /1A MOJHOTO OTMbIBAHHUA JIH-
IMOCOMAJIBHBIX JIeKapcTBeHHbIX opMm or MUA, me
MIOIIABIIIET0 BHYTPH JUIOCOM. OTO BPEMs SBJISETCS
MUHHAMATbHO HEOOXOAMMBIM MJIS TOTO, YTOOBI MOJI-
HOIIEHHO OYHCTUTH PACTBOP JIUIIOCOM C YUETOM Pas-
6poca KOHIIEHTpaIlMii areHTa MpU ero MPUTOTOBJIe-
uuu us-3a norepb MUA 3a cuer pacmaza, ocemanus
Ha CTeHKax YKCTPy/epa U CMEHHbIX MeMOpaHax.

Takum o6pasom, ObUIH HaAUIEHBI ONTHMAb-
HbIe YCIOBHSA I XpoMaTorpad)uuecKoro pasje-
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menus u ompenenenus MUA, docdonumumos u
X0JIeCTepUHA.

B coorBercTBUM ¢ paspaboTAHHONE METOTHUKOMH
aHaTU3UPOBATH 00PA3IIbl IUTIOCOMATBHBIX JTeKapCT-
BeHHBIX (opM, comepxanux MHUA, ¢ nuamerpom
surrocom 100 u 400 um (puc. 4).

BrLmo ycranoBieHo, 4TO HE3aBHCHMO OT pasMe-
pa aumocom mo3a MUA B 1 mu pacTBopa JHUIOCOM
cocrasuna 0,20 — 0,23 Mr. ATOro KoamdecTsa IocTa-
TOYHO IS TIPOBEIEHUA SKCIIEPUMEHTOB HA JKUBOT-
HBIX, TAK KaK B IlepecyeTe Ha Maccy }KHUBOTHOTO 1032
MMHA cocrasnsier 8 — 9 mr/kr. Ilo pesyabpraram Ha-
InX IIpeaBapuTe/IbHbIX 9KCIIEPUMEHTOB }-Ia HKHUBOT-
HBIX MaKCUMaIbHO epeHocumas no3a MUA B camo-
CTOATEIFHOM (hOpMe /I HMHTAKTHBIX JKUBOTHBIX CO-
craBnana 18 MI/Kr, a Aid KHBOTHBIX C IPHUBUTOH
omyxonbio — 9 mr/kr. Crexyer oTMETHTD, YTO IS
IIPUTOTOBJIEHHUs Jumocom pasmepom 100 HM HeoOxo-
IUMBI BhICOKHe TemiepaTypsl (55 — 60 °C) u BbICO-
KOe JaBJIeHHe ra3a, YTO B KOHEYHOM HTOTe IIPHUBO-
IOUT K OOJIBIINM ITOTEPSIM HHTHOUTOPA, 4 TAKKe K U3-
OBITOYHOMY YPOBHIO OKHC/IEHWS JIMIIHAOB IIPU WX
IIPUTOTOBJICHUH. HOBTOMy OOJHHM H3 KJII4YEeBbIX MO-
MEHTOB SIBJISETCS HCIOJIb30BaHWE B MATHHEHIINX
HCCIe0OBAHUAX in vivo nunocoM pasmepom 400 HM ¢
HauMEHbINIeH CTEIeHbI0 OKHCICHUSI JIUIIUI0OB H
arera.

3akaroueHue

Paspa6orannas xpomarorpaguyeckas MeTOIHU-
ka obecreunBaer pasgenenue MUA, xonecrepuna u
docdomununos B 06pasax IUIOCOMATbHBIX JTeKap-
cTBeHHBIX hopM u omnpenenenue MHUA B nuamnasone
or 31,3 mir/™ma 10 7,9 Mmr/mi ¢ mepezesoMm o0HApY-
skerusa 5,6 Mxr/mia. MeToauka mpurogHa 1A aHaIu-
3a JUIIOCOMANbHBIX JTeKapCTBEHHBIX (hopM, copep-
skarx MUA, ¢ ucnosnb3oBaHueM KJIACCHIECKOH atl-
mapartypsl 1 BOMKX, gTo mosBomuT B majgbHeHIIIEM
MPUMEHATh €e MPHW PYTHHHOM aHAIW3e Ha IPOU3-
BOJICTBE. AHAMN3 JUIIOCOM PA3IUYHOTO THAMETPA
JMAHHBIM METOJ[OM ITOKA3AJI, YTO MTOIyUYEeHHe JTUTIOCOM
Hanbosee 5EeKTHBHO MPH HU3KHUX TeMIlepaTypax
(ae 6osee 40 °C), a 11 OUHCTKH PACTBOPA JIUIIOCOM
OT HEBKJIIOYEHHOTO AreHTa JOCTATOYHO 3 U JHUATIH3A.
Takum 06pa3oM, HAUIYUIINM BAPUAHTOM 0KA3aJI0Ch
HCIOJIb30BaHue auiocoM ¢ guamerpom 400 HM.
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ITpu aTOMHO-5MUCCHOHHOM CIIEKTPAIBLHOM AHAJH3E ITOPOIIKOBOM IIPOOBI CII0COO0M IIPOCHIIKU-
BIyBaHUS B IIa3My yTOBOTO pas3ps/a, TOPAIIETro Ha BO3AyXe, 00pasyloTcs [IUAHUbI, HUTPHUBI
¥ OKCHJIBI, KOTOPbIE (POPMHUPYIOT B CIIEKTPE MOJIEKYJIAPHBIE [IOJI0CKI, 3aTPYJHAIINE N3MEPEHHE
WHTEHCHBHOCTY aHAIUTHYECKUX JIMHUU 7eMeHToB. Ilogaga B qyroBoil paspsz IOTOKA aproHa
TI03BOJIIET CHUSUTH KOJIMIECTBO CIEKTPAIBHBIX TIOMEX, a TaKKe YBEIUIUThb TeMIIepaTypy IIas-
MBI, 9TO CIIOCOOCTBYET GoIIee IOTHOMY UCIIAPEHHI0 aHAIU3UPYEMOU IPOOBI B IyTOBOM Pasps/e H,
COOTBETCTBEHHO, ITOBBINIECHHWIO CTEIICHNU NOHU3AIINH 3JIEMEHTOB 1 MHT€HCHUBHOCTH MOHHBIX CIICK-
TpanbHbIX TuHUH. 1{enpio paboTs! ABIAIACH pa3paboTKa yCTPOHCTBA BBOJA aprOHA B 30HY [yro-
BOTO PaspsAaa ¢ OAHOBPEMEHHOH Ioiaveil IPo6kI CII0COO0M ITPOCKHIIKH-BIYBAHNA, 8 TAKKe H3y4de-
HYe BIMAHHUA PAcXojia aproHa Ha IapaMeTphl AyTOBOTO PaspaAa U CIEeKTPBI 3MUCCHU ITOPOIITKO-
BBIX IIp00. ¥CTPOMCTBO BBOZAA aproHa (mo 2,25 j/MWH) HIpH WCIOIB30BAHUM CIIEKTPOMETPA
«I'pann-IloTok» co3maHo HA OCHOBE CTEKIAHHBIX BOPOHOK, FeOMETPHYIECKHE PasMephbl KOTOPHIX
BBIOPAHBI UCXOAA U3 HEOOXOOUMOCTU MOIyYEeHUs MAKCUMAIbLHOU MHTEHCUBHOCTH aHAJIHATHYE-
CKMX JIMHUU U CHUKEHUSI MHTEHCUBHOCTH MOJIERYJIIPHBIX ITI0JIOC ITPU MUHUMAaJIBbHOM pacxoae ap-
rona. [lokasaHo, 4To ¢ yBenmdeHHEM pacxofia aproHa CHUKAETCA MHTEHCHBHOCTH MOJIEKYIIAP-
wpix nonoc Si0, Temneparypa miasmel Bospacraer Ha 350 — 540 K, a MHTEHCHBHOCTH MOHHBIX
JIMHUHA ¥ aTOMHBIX JIUHUH C SHEPTrHUei noHu3auy soiire 8 5B nmosbiaercs He 6omee uem B 4,7 u
2,9 pasa COOTBETCTBEHHO. ¥ CTPOHCTBO MOKET ITPUMEHATHCA B ITPAKTHKE aHAIN3A Te0IOTHIECKIX
MaTepHAasoB IJId YIy4lIeHUA MeTPOTIOTTIECKUX XaPAKTEPUCTUK Pe3yIbTaTOB aTOMHO-3MUCCHOH-
HOTO CIIEKTPAJILHOTO aHATIH3A.

KaroueBbie croBa: aTOMHO-3MUCCHOHHAS CIIEKTPOMETpHs; crekrpomerp «I'pann-IToTok»; my-
TOBOM Pasps/l; AproH; CIIeKTPaIbHbIE TIOMEXH; MOJIEKYJIsIpHbIe moaockl Si0; reomormyeckue 06-
Ppasibl; 307I0TO; IIPefie] O0HAPYKEHH.

STUDYING THE EFFECT OF THE ARGON FLOW INTRODUCED
INTO THE ARC DISCHARGE IN THE ATOMIC-EMISSION SPECTROMETRY
OF POWDERED SAMPLES USING THE SPILLAGE-INJECTION METHOD
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Atomic emission spectral analysis of a powder sample by the method of spillage-injection into the plasma
of an arc discharge burning in air is accompanied by the formation of cyanide, nitride and oxide com-
pounds which form molecular bands in the spectrum thus impeding measuring the intensity of the analyt-
ical lines of the elements to be determined. Feeding an argon flow into the arc discharge can reduce the
amount of spectral interference and increase the plasma temperature, which promotes more a complete
evaporation of the analyzed sample injected into the arc discharge and, accordingly, increases the degree of
ionization of the elements and the intensity of ion spectral lines. The aim of the study was to develop a de-
vice for argon introduction into the arc discharge zone and simultaneous sample delivery by a spillage-in-
jection method, as well as to study the effect of argon consumption on arc discharge parameters and emis-
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sion spectra of powder samples. The argon input device (up to 2.25 L/min) is developed on the basis on
glass funnels, the geometric dimensions of which are selected with the goal of gaining the maximum inten-
sity of spectral lines and reduced intensity of molecular bands at the minimal argon consumption. The
study carried out on a “Grand Potok” spectrometer demonstrated that with an increase in argon con-
sumption, the intensity of SiO molecular bands decreases, the plasma temperature increases by
350 — 540 K, and the intensity of ion and atomic lines with the ionization energy above 8 eV increases by
more than 4.7 and 2.9 times, respectively. The developed device can be used in analysis of geological mate-
rials to improve the metrological characteristics of the results of atomic emission spectral analysis.

Keywords: atomic emission spectrometry; a “Grand-Potok” spectrometer; arc discharge; argon; spectral
interference; SiO molecular bands; geological samples; gold; detection limit.

Beenenue

B macrosiiee BpeMs IpH Te0s0TOPasBeIOYHbBIX
paborax MIMPOKOE pPAaCIpPOCTPAHEHUE IIOIYUUIN
aTOMHO-3MUCCHOHHbBIE CIIEKTPOMETPHI C BBEJEHUEM
MIOPOIIKOBBIX P06 B AYTOBOH 3JIE€KTPHYECKUI pas-
PAI CIOCOG0M TPOCHITTKK-BAYBAHUSI BBUIY ITPOCTO-
ThI U 9KCIIPECCHOCTH PoBoAMMOro anamusa [1 — 3].
Crioco6 MOKHO HCITOJNIB30BATH MIPU aHAIN3e KaK Me-
TOZOM HHTETPAIbHON aTOMHO-dMHCCHOHHOU CIIEK-
tpomerpun (A9C), Korma comep:KaHUA DJIEMEHTOB
PACCYUTHIBAIOT IO OJHOMY WHTETPAIHLHOMY CIIEKTPY,
MTOJIyYEHHOMY yCPEeJIHEeHUEM 32 BCe BpeMs Perucrpa-
UM, TAK W METOAOM CIMHTWIIAIHOHHON aToM-
Ho-sMuccuonHoM crexkrpomerpun (CA9C) [4, 5].
Metog CAIC ocHOBaH Ha perucTparuu mocjaeanoBa-
TEJILHOCTH CIIEKTPOB BO BPEMEHHU C BBICOKHM Bpe-
MeHHBIM paspemierueMm (~1wmc), 6aarogapa uvemy
MTOSIBJIIETCS BO3MOKHOCTh HAOMIONEHUA BCIBIIIEK
AHAJTUTUYECKUX JINHUH 3JIEMEHTOB OT OTIENbHBIX
YACTHUI[ BEIeCTBA, HEMPEPHIBHO ITOCTYMHAMIIUX B
mIasMy. JTO MI03BOJIsIeT CHUBUTH TIPeJieNibl X 00Ha-
PYyKeHHUs, a TaK:Ke JaeT BOZMOKHOCTD OIIPEeIeIeHuUs
MUHEPAIBHBIX (POpM dTUX dacTuir [6 — 10].

OOBIYHO KMCTOYHHUKOM BO30YIKIEHUS CIIEKTPOB
IPH ATOMHO-3MHCCHOHHOM aHAJIN3€ IOPOIIKOBBIX
po6 CI1oco60M MPOCHIIKH-BAYBAHUS CIY:KHT TOPH-
30HTAIBHASA SJIEKTPUUECKAs Iyra IePeMeHHOT0 TOKA
B BO3AyIIHOH cpene. Ilpu BBemeHUU ITOPOIIKOBOM
mpoObl B IIIa3My JyrOBOTO paspAma o6pasyrTcs
[MUAHUILI, HUTPUALI U OKCHUIIbI, DMUCCHOHHBIE MOJIe-
KyJISIpHBIE IIOJIOCHI KOTOPBIX 3aTPYIHAIOT H3Mepe-
HUe WHTEHCUBHOCTH JIUHUH OIpeie/IIeMbIX 3JIeMeH-
T0B. OIHUM U3 CIIOCO60B CHUKEHUS KOJIHIECTBA MO-
JIEKYJIIPHBIX COEUHEHHMH W, COOTBETCTBEHHO, CIIEK-
TPaANbHBIX IIOMEX SBJISIETCS BBEIEHWE WHEPTHOTO
rasa B 30HY JyrOBOTO paspsaa. Bemenue pasmuy-
HBIX TA30B B 30HY JYTH /I CHIKEHUS YPOBHSA CIIEK-
TPaATbHBIX TIOMEX OBbLIO IIPEIJIOKEHO IOCTATOYHO
naBHO: Hampumep, B ayre CremnByma mpu wmcmape-
HUYM TPOObI M3 KaHala SJIEKTPOAA YyBCTBUTEIh-
HOCTb, BOCIIPOHM3BOIMUMOCTH M IPABUIBHOCTH OIpe-
JeJieHus B Psfie CAy4aeB yAaBajioCh MOBBICUTH TP
00yBAHWHN BEPTHKAIBHOU AyTH BO3MLYXOM, WHEPT-
HBIMU Ta3aMH WM CMECHIO MTOCIEIHUX C KUCIOPOIOM
[11 - 13]. a3, mocrynariuii B Kamepy, B KOTOPOH
3aKJI0YeHa Jyra, MOJHMMAETCI BBEpX, Bpallasich

BOKPYT Hee, YTO CIIOCOOCTBYET CTAOUIU3AINH IT0JIO-
skeHus nyru. KOHCTPYKIMS Jep:Karens 3JIeKTpoja,
KOTOPBIH 3aIHIIAEeT AYTY OT IIOCTYHAIOI[ero U3BHE
BO3/yxa, 00yBas ee WHEPTHBLIM Tra3oM 0e3 HCIIOJb-
30BaHusI KaMepsl, IpuBenena B padore [14]. ITpu co-
OTBETCTBYIOIIIEM TIOJI6Ope cocTaBa Ta30BOM cMech
HabII0[aeTCd IOBBIIIIEHHE TEMIIEPATYPHI IIIa3MBI,
9T0 obecrmeunBaeT 00jiee BHICOKHE CTEIEeHU HCCO-
ouanyuu MOJIEKYJI U HOHU3AaIlluu aTOMOB U ITPUBOJUT
K YBEJIWYEHUI0 WHTEHCUBHOCTEH JTUHUH HEKOTOPBIX
97IEMEHTOB ¥, COOTBETCTBEHHO, YyBCTBHUTEIHLHOCTU
WX OollpefieieHus. biaromgaps BLITECHEHUIO a30Ta U3
o0yracTv [yTH U3 CIEeKTPa UCYe3al0T MEIA0IHe Oll-
penenenuto nonocel CN [15]. B pa6ore [16] npemen
obHapyxeHUd 060pa yAalIoCh CHU3UTH HA TOPIAOK
BEJIMYUNHBI 6J1ar0;[apﬂ YMEHBIIIEHUI0 WHTEHCHUBHO-
CTH MOJIEKYIApHBIX mosoc SiO B OKpecTHOCTH aHa-
JUTUYECKOHN THHUU 60pa 3a CYeT MPUMEHEHHs yTo-
BOTO paspsja B cpefe aproa. OmHako peamrnsarus
9TOTO criocoba ObIIa OCIOKHEHA HEeo0XOIUMOCTBHIO
3aII0JIHATh KaMepy CTOPAHWSI APTOHOM IIepeN KaK-
IBIM U3MEpPEeHHeM, YTO TPUBOIUIO K CHIKEHHIO
MPOU3BOAUTENHFHOCTH aHAIN3A U YBEIUUYEHHUIO pac-
xoza rasa. BapuaHT nmogauu MHEPTHOTO Ta3a B TOPHU-
30HTANBHYI0 SJEKTPUYECKYIO J[AyTy IEePEeMeHHOTO
TOKa C BBEJEHUEM IIPOOBI CII0CO60M TPOCHITKU-BIY-
BaHWs, KOTOPBIN omucan B pabore [5], 611 B3AT 3a
OCHOBY aBTOPAMHM JAHHOU PabOTHI.

Ilens paborel — paspaboTEa yCcTpoHcTBa BBOJA
aproHa B 30HY JyroBoro paspsia ycrauoBiu «[lo-
TOK» C OJJHOBPEMEHHBIM BBEJEHHEM IpPOObI CII0CO-
00M TIPOCHITIKH-BAYBAHUA, 4 TAKKe HCCIeOBAHUE
BIMAHUS PACXO/la aproHa Ha MapaMeTphbl AYTOBOTO
paspsaa u CIeKTPhl SMUCCHY TIOPOIITKOBBIX TPO6.

IJKCIIEPHUMEHTATBLHASA 9aCTh

B pab6ore ucnonbsoBanu criekrpomerp «I'pamz-
IloTrok», KOTOPBIH COCTOUT M3 HECKOJIBKHUX OCHOB-
HBIX y3JI0B: CIIEKTpPaJbHBIN mpubop «I'pamm» ¢ 00-
paTHOH JguHenHON nucnepcuei 0,4 HM/MM, KOTOPBIX
pErucTpUpyeT CIEeKTpP B quanasoHe JiauH BorH 190 —
350 uMm ¢ momorei coopru u3 14 nmuHeer dorome-
texTopoB BJIIIII-4000 (4096 dorosiueer, pacmosio-
SKEHHBIX C II1aroM 7 MKM); BJIIEKTPOAYTOBad yCTaHOB-
ka «IToTok», B KOTOpO# cTaHmapTHAs BOPOHKA ObLIa
3aMeHeHa Ha BOPOHKY C JOMOJHUTEILHBIM KaHAJIOM
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Puc. 1. Cxemarnueckoe uzobpazkeHrne BOPOHKHU (@) U cTaka-
Ha (6), a TakKe (poTo ycTpoiicTBa BBOa aproHa (8)

Fig. 1. Schematic view of the funnel (a) and the cup (b), and
the argon input device (c)

I TIOABOMA Tasa, CKIEEHHYI0 M3 IBYX dacTei
(puc. 1); nuHUA TOAAYH APTOHA C BO3MOKHOCTHIO
PeryJIupoOBKN 00BEMHOTO Pacxojia rasa; KOMIThIOTEP
¢ mporpaMMHBIM oObecrieuennem «Arom». Beur us-
TOTOBJIEH PAJ MOJAEPHU3MPOBAHHBLIX BOPOHOK C pas-
HBIMA TEOMETPUYECKHMHU MapameTrpamu (puc. 2,
Tabm. 1).

OcobeHHOCTh AaHHOUW KOHCTPYKIIUHA COCTOHUT B
MTO/IBOJIe Ta3a HEeIMOCPEICTBEHHO B 00JACTh IMPOCHI-
MaHuA TOPOIIKA BOIMU3H IYyroBoro paspsaaa (puc. 3),
YTO MOMOJHUTEIBHO crabuausupyer ero. Ormernm,
YTO B KOHCTPYKIIMH, OITUCAHHOM B pabore [5], sHaue-
Hue h 66110 paBHO HyI0 (cM. puc. 2). [Tonoxurens-
Has BeIMYUHA BBICTYIA AOIOIHUTENIHHO CTAOHIHN3H-
pyer mpochinanue mpodbl B yTOBOM paspsi.

Ilna wsydeHus BIWSHWS aproHa HA CIIEKTPBI
OMHUCCHM TOPOIIKOBBIX MATEPHUAIOB MHOTOKPATHO
aHATU3UPOBANIM CTAHAAPTHBIH o0pasen 30J0TO-
cyasdumaHoi pyast P3-6 (arrecroBanmubie comepixa-
uua — Au — 4,1 r/r; Ag — 0,73 r/t; opueHnTupo-
Bounble — Si — 27 %, S — 9,78 %) npu usmMeHeHUH
pacxoma raza or 0 mo 2,25 m/muu c marom 0,25
a/mun. ¥cranoska «IloTok» paboranma B craHmapr-
HOM pesxume [17]: gyra mepemeHHOr0 TOka — +22 A
¢ vacroroit 100 ', o6sxur snexrpogoB — 30 A B Te-
yeHue 2 ¢, CKOPOCTh MOJAYX IPOOHI B IIA3My AyTo-
Boro paspsma — 13 mm/c. [Ipu maHHBIX yCIOBHAX
BpeMs PETWCTPAIHU CIIEKTPA IPOOBI COCTABJISIET
16,5 c¢. BasoBas skcmosuinua cocrasisiaa 2 mc. O6-
paboTKy CHEKTPOB MPOBOIWUIN C IIOMOIIBIO IIPO-
rpaMMHOrO obecriederus «Atom». B xome paboThl
IUIA KQKIOTO 3HAYEHHUA PACcX0/a aproHa CIeKTP IPo-
ObI perucTpupoBaIn YeThIpe pasa. [lanee mpexncras-
JIEHBI PEe3yJIbTAThI UCCIEOBAHUA C HUCIIOJIb30BaAHU-
€M BOPOHKH 3, KOTOPYIO MBI COUJIM ONTHMAIBHON B
COOTBETCTBUHY C KPUTEPUEM, OIMCAHHBIM HIUIKE.

Puc. 2. Cxemaruueckoe n3o0paskeHre BOPOHKH B cOope

Fig. 2. Schematic diagram of the funnel assembled

Puc. 3. H306paskeHre BOPOHKKM K SIEKTPOAOB HA BTOPOH
JIMH3€ OCBETUTEIbHOU CHUCTEMBI

Fig. 3. Image of the funnel and electrodes on the input lens
of the lighting system

Oo6cy:xkaenne pe3yabTaroB

3asucumocmsb memnepamypvl nAA3MbL OM PAC-
xo00a apzoxa. YBelnueHHue WHTEHCUBHOCTH MOHHBIX
JIMHWH OTHOCHUTEJIHLHO ATOMHBIX CBHIETEIbCTBYET O
poCTe CTelnleHu NOHUu3aIlluu, 9YTO TOBOPUT O IIOBBIIIE-
HHUU TeMIIepaTyphl MIa3Mbl Ayru. (g OlleHKH TeM-
nmepaTrypsl ILIa3Mbl, BAUAMOIEN HAa WHTEHCHBHOCTH
AHAJUTAYECKUX JIMHUH, MBI MCIIONb30BAIUA METOL
OpHIlrTeliHa, TaKKe U3BECTHBIM KAK METOJ OTHOCH-

Ta6auma 1. YcimoBHble 0003HAYEHHWS BOPOHOK M UX Xapak-
TEePUCTUKNA

Table 1. Types of funnels and their characteristics

YcmoBHOE Bennunna Bennuuna
obo3HaYeHHEe 3asopa b, MM BBICTYTIA K, MM
Boponga 1 0,8
Boponxa 2 0,6 2
Bopouxa 3 0,7 2
Boponxa 4 0,8 2
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Puc. 4. Tunwyzas sKCIepUMEHTATIBHO IIOIyYeHHAT 3aBUCH-
mocTs lg orHOmIenus (1) ot E;, moctpoennas no iuauaM Fe 1T
B ciektpe CO P3-6 nisa Boporku 3 npu pacxoze rasa 2 ja/MuH
¥ annpoKCHMHPOBAHHASA IIOJIMHOMOM IIEPBOH CTEIIeHH

Fig. 4. A typical experimental dependence of the logarithm
of ratio (1) on E; constructed using Fe II lines in the spec-
trum of SRM RZ-6 for funnel 3 at a gas flow rate of 2 L/min,
approximated by a linear polynomial

TenbHBIX mHTeHcuBHOCTeH [15]. Cyrh meroma 3a-
KI09aeTc B rpaduIecKoM HAXOKIEHHUU TaHTeHca
yIJia HaKJI0HA rpaduka 3apucumoct (1) oT sHEpTrUN
BO30Y:K/I€HHOTO COCTOSHUS:

Iy,
A;g;

E.
| = t——-, 1
g cons o (1)

rae I,; — WHTEHCHBHOCTH H3JIyYeHHus; A\, — IWHA
BOJIHBI CIIEKTPAJIbHBIX JUHUH; A, — BEpPOSATHOCTH
CIIOHTAHHOTO Iepexofa; g; — CTATUCTUYECKHH Bec
BO30Y:KIEHHOTO COCTOAHUSA; F; — sHeprus BO30Yy:K-
IIEHHOT0 cocToguusA; 1 — Temiieparypa; k — mocTo-
auHas BboabiiMana (puc. 4).

s HAXOMKOEHWs TeMIIepaTypbl OTOOpaIu P
aTOMHBIX U MOHHBIX TuHUHU Fe (Tadma. 2).

Ha pwmec. 5 mokasambl rpaduiu, HILTIOCTPUPY-
IOII[Fie 3aBHCHMOCTh TEeMIIePATYPhI IIa3MbI AYTH OT
pacxoma aprosa jis BOPOHKH 3, KOTOPbIe OBLIN II0-
JIy4eHBbI C MCIIOJIb30BAHNEM aTOMHBIX ¥ HOHHBIX JIHU-
HUU Keje3a.

CTOHUT OTMETHUTD, YTO JAHHBLIM CIIOCO00M 00BLIYHO
OTIPeNieNIAI0T TeMIIEPATYPy YIacTKa AyTH, B KOTOPOM
HaGIIONAIOTCI HAWIYYIAe VCIOBHUS WCILYyCKAHUSI
BBIOPAHHBIX JIMHUA U KOHI[EHTPAIIUS UCILYCKAIOIIHUX
YACTHUI[ MAKCUMAIbHA., JTUM O0BSICHAETCA PaACXOIK-
JleHIe 3HAYEHWH TEeMIIePaTyp, IOJIyYeHHbIX IPU HC-
[OJIb30BAHUK ATOMHBIX M HOHHBIX CIIEKTPAIbHBIX
auaui [15]. OgHAKO MOMKHO IIPOCIETUTH OOIIYIO
TEHAEHIIMIO pPOCTa TEMIEPATYPbl C YBeIHIeHHeM
pacxoma aprona Ha 350 K misa aTroMHbIX TUHAN 1 HA
540 K — 11 MOHHBIX, YTO IOATBEP:KIAETCI paHee
MIPOBEeIeHHBIMH HccaeqoBaHuaAMY [14]. ¥YBenudenue
TeMIIepaTypbl CBI3aHO C T€M, YTO aTOMbI aproHa, B
OTJIMYKME OT MOJIEKYJ BO3IYIIHOH CpPembl, MMEIOT
TOJIBKO IIOCTYIIATEIbHYIO cTeleHb cB0oOoabl. Takum
006pasoM, ¢ POCTOM pacxoja aproHa MEHLIIAS YacCTh
SHEPTUU AYTH MEePEeXOIUT B KoIebaTeIbHyI W Bpa-

IIATEeNIbHYI0 SHEPTHI0 U 3aTpadyuBaeTcd Ha HUCCO-
[HAITHIO MOJIEKYJI.

3asucumocms UHMEHCUBHOCU CNEKMpPaib-
HBIX AUHUL om pacxoda apzoHa. 3aBUCHUMOCTH WH-
TEHCHBHOCTH CIEKTPAIbHBIX JIHHHH OT pacxoia
aproHa W TEeMIIepPaTyphbl AYTOBOTO paspsia HCCie-
IOBaJH O 38 aHATUTHYECKUM JUHUAM Pa3THIHBIX
9JIEMEHTOB C PA3HON CTENeHbI0 HOHU3AINHU, WH-
TEHCHBHOCTh KAHTA MOJIEKYJSIpHOH 1mosockr SiO
242,858 HM HCIIOIB30BAH /I OIIEHKHW CTEIeHU 3a-
IIUTBI IYrOBOTO PaspsAga OT IIOCTYIIAIOIIEero H3BHE
Bosmyxa (tabm. 3). SHaUYeHNWsT WHTEHCUBHOCTEH BbI-
YHCIISLIN 10 MHTErpaIy Tpex hoTosT4eeK B OKPECTHO-
CTH I[€HTpA JIMHUU B CIIEKTPE, YCPEIHEHHOM 3a BCe
Bpemsd perucrparuu. Jlangee moaydeHHbIe HHTEHCUB-
HOCTH HOPMHUPOBAJIX HA WX 3HAYEHUS IIPU OTCYTCT-
BuUM mojauu aproHa. llorpemrzocts HOpMHUPOBAH-
HBIX 3HAYEHHWH HAXOIUJIH KaK OIMHUOKY KOCBEHHOIO
W3MEPEeHHusI IPU [eIeHWH IBYX BEJIMYHH: OHA CO-
craBnana 1-38 % mpu [OBEPUTEIBHOM BEPOAT-
Hoctu 95 % (tab. 4).

Pesynbrarsr, mpencraBienabie B Tabma. 3, 1mo3-
BOJIIOT BBIIEIUTh HECKOJbKO OCHOBHBIX TE€HIECHITHHI
IOBEIEHUsI ATOMHBIX W HOHHBIX JIUHHUUA B 3aBUCH-
MOCTH OT 9SHEPru¥ WOHHU3AIMM M pacxoia rasa.
Bo-miepBhIx, mpu yBennueHWH II0ga4yu rasa HaOIIo-
Jaercd 3aMeTHOe CHH:KEeHHe WHTEHCHBHOCTUA aTOM-
HbBIX JIMHUM C SHeprueil noHusanuu Huwke 8 sB. 9o
MOKeT yKa3bIBaThb Ha TO, YTO JAJII 3JI€MEHTOB C HHU3-
KOU SHeprued MOHU3AIIUHU CTelleHb NOHU3AIUH yBe-
JUYUBAeTCa U, KaK CJIeICTBUEe, KOHIIEHTpAaIud He-
MOHU30BAHHBIX ATOMOB YMEHBIIIAETCs, YTO BeleT K
CHHM:KEHHUI0 WHTEHCUBHOCTH ATOMHBIX JMHUH JTHX
9JIEMEHTOB.

Bo-BTOphIX, A aTOMHBIX JHHUH C DHEpPruen
voHu3aIuu BeIire 8 5B Habmogaercss obpaTHas TeH-
JNEHITUA — POCT MHTEHCHUBHOCTH IPHU YBEIHYEHUU
Io/iavyu rasa. B maHHOM ciIydyae DIEeMEHTHI C BBICO-
KOH 9Hepruei noHu3anuu 6ojiee YyBCTBUTEIbHBI K
W3MEHEHUAM TeMIIepaTypbl, B TO BpeMsd Kak BJIHA-
HHE IIPOIIECCOB MOHU3AIINK OKA3hIBAETCA HE3HAUH-
TEIbHBIM, YTO IOJTBEPIKAAET Pe3yIbTAThl PabOThI
[14].

W, makoHell, TpeThb TEHAEHUIUI COCTOUT B TOM,
YTO JJI MOHHBIX JIMHUH POCT MHTEHCUBHOCTH C yBe-
JUYeHUeM IIOJaYi raza CUibHee y JUHUU ¢ 6oree
BBICOKOU DHEpPrued BEPXHETr0 SHEPTeTHYECKOTO
YPOBHS, Iepexoj] ¢ KOTOPOro (hOpMUPYeT TAHHYIO
CIIEKTPAJIbHYI0 JUHHI. J[ByKpaTHON WOHM3AIINU
aTOMOB He IIPOMCXOJUT, TaK KaK HEIOCTATOYHO
SHEPTUHU MPH JaHHBIX 3HAYEHUAX TEMIIEPATYPHI.

Itu 3QeKThl HANIAIHO IPEICTABJIEHbI HAa
puc. 6 Ha mpUMepe HECKOTbKUX BHIOPAHHBIX JTMHHUL:
V1318,34 um u S I 189,96 mm, A/1 KOTOPBIX CHIUKE-
HIYE U yBEJINYEeHHNE MHTEHCHUBHOCTH COOTBETCTBEHHO
6BIJII/I MaKCHMaJbHBIMH Cpearu aTOMHBIX JII/IHI/IfI,
Ca II 318,13 uM, st KOTOPOHN yBeIWYeHHE HWHTEH-
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Puc. 5. 3aBucumocTn TeMIeparypsl IyTd OT PacXofa apro-
Ha [Is] BOPOHKH 3, MIOJIy4eHHbIE C UCIIOIb30BAHNEM HOHHBIX
u aroMHubIX JuHuE Fe mpu o6padorke cnexrpos CO P3-6

Fig. 5. The arc temperature dependences the on the argon
flow rate for funnel 3 using ion and atomic Fe lines obtained
by processing SRM RZ-6 spectra

CHUBHOCTH OBLIO MAKCUMAIHHBIM CPEIU MOHHBIX JIH-
HUM; KAHT MOJIEKYJIAPHOH mosockt Si0 242 858 uM.
Hapyierre MOHOTOHHOCTH HM3MEHEHUI HHTEH-
CHBHOCTH CIIEKTPANbHBIX JHHUE (cM. Tabim. 3,
puc. 6), BO3MOKHO, CBA3aHO C YXYAIIEHUEM YCIOBHUH
MOCTYILIEHUs ITOPOIIKOBOM IPOOBI B JYroBOM pas-

l'emmeparypa. K
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50
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Puc. 6. 3aBucuMOCTH HOPMUPOBAHHBIX 3HAYEHUU WHTEH-
cusnoctu iuHui V, S, Ca u KaHTa MOIEeKyIsApHO#H mosrockl Si0
0T pacxoja aproxa, noixydenssle npu ananuse CO P3-6 c uc-
IOTb30BAHUEM BOPOHKH 3

Fig. 6. Dependences of the normalized values of the inten-
sity of V; S, Ca spectral lines and SiO molecular band on the
argon flow rate obtained in the analysis of SRM RZ-6 using
funnel 3

pAn Tpu HUBKMX B3HAYeHuAX mnomadu rasa (0 -
1 a1/MuH), KaK 9TO MPOZEMOHCTPHPOBAHO HAa pHC. 7.

Ta6mauma 2. Crucox crieKTpaltbHbIX TUHUH Fe, BRIOpaHHBIX /A BEIUUCIEHUA TEMIIEPATYPHI JyTH

Table 2. List of Fe spectral lines selected for arc temperature calculation

JlmvHa BOMHBI, HM JlmvHa BOMHBI, HM JlivHa BOMHBI, HM

JlivHa BOHBI, HM

JlivHa BOHBI, HM JlivHa BOHBI, HM

1220,07 1243,97 1263,58
1225,08 1244,26 1263,65
1226,51 1244,39 1264,16
1226,71 1246,22 1264,40
1227,21 1246,37 1264,76
1227,60 1246,89 1265,61
1228,33 1247,10 1265,68
1228,37 1247,67 1266,79
1228,41 1248,60 1 266,95
1228,72 1248,64 1267,91
1229,25 1248,67 1268,05
1229,44 1248,71 1268,98
1229,69 1248,74 1269,01
1229,78 1249,40 1269,50
1229,92 1249,65 1269,70
1230,01 1251,77 1269,91
1230,17 1253,94 1270,66
1230,90 1254,21 1271,05
1231,31 1258,45 1271,17
1232,04 1261,80 1272,61
1237,14 1261,87 1272,80
1237,45 1262,35 1273,10
1239,00 1263,22 1273,40
1243,82 1263,26 1273,82

1274,16 1 298,05 IT 237,05
1274,36 1300,53 11 237,52
1274,41 1301,15 11 237,93
1274,45 1 303,93 IT 238,08
1275,37 1304,56 IT 238,33
1275,40 1305,31 1T 238,50
1275,44 1309,82 1T 240,26
1275,73 311,21 1T 240,44
1275,98 1314,78 1T 242,84
1276,18 1315,63 1T 243,29
1276,20 1317,14 1T 243,93
1276,31 11 200,03 1T 249,33
1276,69 1T 203,24 1T 254,34
1276,75 IT 233,28 IT 256,25
1278,98 1T 233,80 IT 256,35
1280,49 1T 234,40 1T 256,69
1281,20 11 234,43 I1 257,79
I281,55 IT 235,49 IT 258,26
1283,48 1T 236,00 IT 259,15
1288,78 11 236,03 1T 262,04
1289,45 1T 236,20 1T 262,17
1289,94 IT 236,48 1T 262,96
129254 IT 236,66

1297,61 1T 236,86
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Ta6mauua 3. HopMupoBanHble 3HAYEHNS UHTEHCUBHOCTH CIIEKTPAILHBIX JUHUHN U TEMIEpaTypa IIPU Pacxoje aproHa B quana-
sone 0 — 2,25 n/mun (n = 4)

Table 3. Normalized values of the spectral line intensity and temperature at argon flow rate in the range of 0 — 2.25 L/min

(n=4)

Pacxop aprona, a/Mmun 0 0,25 0,5 0,75 1 1,25 1,5 1,75 2 2,25 Diepris Diepris
T, K 7200 7200 7070 7070 7120 7240 7380 7540 7730 7760 HOHU3a- BepXHero
JII/IHI/Iﬂ, HM HOpMI/IpOBaHHBIe 3HAYEeHUd HHTEHCUBHOCTH .TH/IHI/H;'I, OTH.eqd. T °B YPOBHH, °B
Si0 242,858 1 1,07 071 077 093 071 055 039 022 060 — —
Ga 1294,36 1 058 045 051 076 08 083 071 055 044 6 4,313
Cr 1301,49 1 108 08 09 108 09 09 074 049 04 674 509
V1318,34 1 08 065 07 09 08 078 062 04 03 676 391
V131853 1 087 065 069 08 08 078 062 042 03 676 3,96
Mo 1 317,03 1 06 047 053 074 077 075 063 048 04 71 3,91
Sn13175 107 069 071 097 109 106 098 097 074 7,34 432
Ph 1280,2 1 07 064 067 09 11 106 098 08 074 741 5744
Mn 279,48 1 091 07 072 093 09 083 067 048 088 743 443
Mn 1 279,83 1 091 067 073 094 09 084 067 047 087 743 443
Ag1328,06 108 075 07 09 113 108 101 08 08 157 3,78
Ni I 305,08 1 091 072 074 101 102 09 08 069 055 7,63 409
Mg 1 277,67 1 08 062 069 09 08 08 065 046 04 164 717
Mg 277,98 1 087 062 07 09 09 08 07 05 04 64 7,17
Mg 1278,3 1 08 062 07 09 08 08 065 046 037 764 717
Cu 324,75 1 075 065 066 08 097 095 08 074 066 7,72 382
Co 1345,35 1 075 06 069 092 08 081 067 049 089 7,86 402
Fe 301,62 1 08 064 073 100 09 08 07 051 04 187 51
Co 1 340,51 1 08 066 073 097 092 08¢ 07 051 041 7881 407
Si1253,24 109 072 09 14 157 17 158 138 118 815 68
BT 249,68 1 079 071 08 1,18 153 169 173 174 172 83 496
Sb 1206,83 109 08 076 109 137 146 145 142 12 864 599
AuT 267,59 1 08 071 08 122 142 139 13 12 105 922 463
As1278,02 1 069 067 072 1,07 152 169 18 207 21 981 677
S1189,96 113 1,0 099 145 2 237 266 81 83 1036 652
S1191,4 1 14 09 093 12 143 157 167 18 19 1036 652
P 1213,61 1 077 067 08 13 192 234 258 28 29 1048 721
Ti 11 308,83 1 108 08 11 164 165 165 14 1,14 102 682 406
V I1311,83 1 09 08 113 18 21 221 204 173 16 676 43

V I1310,23 1 100 08 111 1,76 20 214 198 17 156 676 436
Mg II 280,27 1 1,1 09 1,03 144 171 188 19 192 197 764 442
Mg II 279,55 1 112 092 103 144 1,74 197 209 213 224 764 443
Mn IT 257,61 1 092 08 094 137 1638 177 177 167 165 743 481
Mn IT 294,92 1093 079 098 14 177 206 227 233 245 743 538
Mn IT 293,31 1 101 08 11 18 227 251 251 236 229 743 54
Fe 11 271,44 1 08 072 098 162 204 236 245 243 242 187 555
Cr 11 284,32 1 1,13 09 1,25 194 22 235 237 202 198 674 588
Ca I1 315,89 1 099 094 12 217 382 896 611 7,04
Ca I 318,13 1 092 094 117 18 28 347 40 611 7,05

IIpumeuanue. 3HAUEHHS MEHBIIE eIUHHUILI 0603HAYEHBI CHHUM IIBETOM, OOJIbIIE eJHHUIIBI — KPACHBIM (4eM 6OJIBIIe OTIH-
4mre OT eUHUIILI, TeM HACBIII[EHHEee I[BET).
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ITockrombKy ras mogBeeH K BOPOHKE COOKY, IpK HU3-
KHX 3Ha4YeHHUAX pacxoia IIPOUCXOIUT eT0 HeCUMMeT-
pUYHOe UCTEeKaHNe C OTKIOHEHNEeM YacTHI] IIOPOIIKa
MpoOBI ¥ COOTBETCTBYIOIMM YMEHBIIIEHHEM HX KO-
JINYECTBA, BBOAUMOTO B IIA3MY IYTH. OTO IPOUCXO-
IUT 0 TexX IIop, II0Ka He YCTaHOBUTCA JOCTATOYHOE

IaBJIeHNe BHYTPH KaMephl, IIPH KOTOPOM IIOTOK pac-
TIpeenAeTcs aKCHAIbHO CHMMETPUYHO. B cBA3m c
9TMM [0 IOCTWIKEHUsS B3HAYEHWs pacxoia aproHa
npubmusurenbHo 0,75 — 1 j1/MuH mpoucxoauT odiiee
rajieHrie MHTeHCUBHOCTH CIEKTPa 34 UCKIIIOUeHUEM
HEKOTOPBIX JTUHUH.

Tab6auna 4. Ounbxu onpeneIeHns HOPMUPOBAHHBIX 3HaueHuit (n = 4; P = 0,95)

Table 4. Errors in determination of normalized values (n = 4; P = 0.95)

Pacxop aprona, a/Mmun

Jluausa, am

0 0,25 0,5 0,75 1 1,25 1,5 1,75 2 2,25
SiO 242,858 0,07 0,07 0,04 0,05 0,06 0,04 0,04 0,03 0,02 0,02
Gal294,36 0,16 0,12 0,07 0,15 0,11 0,14 0,11 0,14 0,07 0,14
Cr1301,49 0,14 0,14 0,09 0,2 0,12 0,11 0,1 0,13 0,05 0,11
V1318,34 0,21 0,17 0,11 0,17 0,15 0,14 0,12 0,15 0,06 0,1
V1318,53 0,22 0,17 0,11 0,15 0,14 0,15 0,13 0,14 0,07 0,1
Mo I 317,03 0,12 0,1 0,06 0,13 0,09 0,09 0,07 0,11 0,05 0,1
Sn1317,5 0,02 0,07 0,06 0,16 0,03 0,08 0,06 0,14 0,05 0,15
Pb I 280,2 0,07 0,09 0,05 0,16 0,06 0,1 0,08 0,14 0,05 0,16
Mn I 279,48 0,18 0,16 0,1 0,15 0,12 0,13 0,11 0,14 0,07 0,12
Mn I 279,83 0,18 0,16 0,09 0,15 0,13 0,13 0,11 0,14 0,06 0,11
Ag1328,06 0,21 0,16 0,12 0,2 0,17 0,19 0,17 0,21 0,14 0,2
Ni I 305,08 0,11 0,14 0,13 0,17 0,11 0,13 0,14 0,16 0,06 0,07
Mg I 277,67 0,16 0,17 0,09 0,12 0,12 0,11 0,1 0,14 0,06 0,1
Mg I 277,98 0,16 0,17 0,09 0,13 0,12 0,12 0,1 0,14 0,06 0,1
Mg1278,3 0,17 0,17 0,09 0,13 0,12 0,12 0,1 0,14 0,06 0,09
Cul324,75 0,16 0,13 0,08 0,16 0,11 0,13 0,11 0,14 0,09 0,14
Co I 345,35 0,18 0,15 0,1 0,16 0,13 0,13 0,11 0,12 0,07 0,11
Fe I301,62 0,13 0,15 0,09 0,15 0,1 0,1 0,09 0,12 0,05 0,1
Co I 340,51 0,18 0,17 0,11 0,17 0,14 0,13 0,11 0,13 0,07 0,11
Si 253,24 0,04 0,2 0,12 0,17 0,1 0,05 0,1 0,19 0,04 0,15
B 1 249,68 0,01 0,16 0,07 0,21 0,05 0,07 0,05 0,19 0,07 0,14
Sb I206,83 0,07 0,2 0,08 0,21 0,07 0,13 0,08 0,17 0,09 0,19
Aul 267,59 0,2 0,2 0,15 0,29 0,22 0,25 0,21 0,23 0,2 0,27
As1278,02 0,03 0,12 0,05 0,21 0,07 0,13 0,05 0,23 0,04 0,1
S1189,96 0,1 0,46 0,2 0,28 0,13 0,2 0,19 0,27 0,22 0,32
S1191,4 0,1 0,5 0,24 0,24 0,1 0,15 0,11 0,15 0,13 0,17
P1213,61 0,07 0,19 0,13 0,28 0,09 0,19 0,18 0,25 0,19 0,3
Ti IT 308,8 0,11 0,22 0,16 0,2 0,19 0,13 0,14 0,2 0,09 0,17
V1I 311,83 0,07 0,17 0,15 0,23 0,18 0,1 0,15 0,24 0,11 0,2
V1I 310,23 0,07 0,17 0,15 0,22 0,16 0,1 0,14 0,23 0,1 0,19
Mg IT 280,27 0,03 0,15 0,1 0,12 0,07 0,06 0,06 0,15 0,05 0,07
Mg II 279,55 0,04 0,15 0,11 0,13 0,06 0,08 0,09 0,14 0,07 0,06
Mn II 257,61 0,02 0,17 0,1 0,14 0,08 0,08 0,04 0,17 0,03 0,11
Mn II 294,92 0,01 0,17 0,13 0,16 0,09 0,09 0,05 0,17 0,06 0,06
Mn II 293,31 0,04 0,24 0,2 0,2 0,17 0,14 0,11 0,21 0,09 0,22
Fe IT 271,44 0,03 0,22 0,19 0,24 0,13 0,14 0,07 0,18 0,12 0,13
Cr IT 284,32 0,05 0,17 0,19 0,28 0,13 0,16 0,15 0,17 0,13 0,21
CaII 315,89 0,02 0,16 0,06 0,24 0,11 0,19 0,23 0,29 0,29 0,26
Call 318,13 0,09 0,14 0,07 0,22 0,12 0,28 0,29 0,4 0,4 0,4
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Puc. 7. ®oTo BOpoHKU IIpH OZHOBPEMEHHOM Iofade MPOObI
u aproua Ha yposHe 0,75 i/Mun

Fig. 7. Photo of the funnel with simultaneous supply of
sample and argon at the level of 0.75 L/min

Hauubiil s(pheKT OBLT KII0YEBBIM IIPH BhIOOpE
BapuaHTa KOHCTPYKIUHU BOPOHKH (cM. Taba. 1). Kak
BUIHO w3 Tabi. 1, B MCCIeJOBAHHBIX KOHCTPYKITUIX
BOPOHOK B OCHOBHOM MEHSIJICS 3a30P b, yMEHbBIIIEHHE
KOTOPOTO IIPHUBOANIIO K YBEIMIEHUIO CKOPOCTH IIOTO-
Ka rasa, 94To, B CBOIO OYepe/hb, IPUBOIUIO K OBICTPO-
My CPBIBY AyTH IIPHU TMOBBIIIEHUN €0 pacxoja. ¥ Be-
JAYEeHHe 3a30pa ele 00Jbllle YCHIUBAIO 3(PQEKT,
OIIMCAHHBIN BBIIIE, U IJIA AKCUAIBHO CHUMMETPHUUHO-
r0 pachpeesieHus 10 3a30py HEeOoOXOZuMO OBIIO0
3HAYUTEIHLHO YBEIWYHWBATH pacxojx rasa. B wurore
9TO IIPUBOIMIIO K BRICOKOMY PACXOMy rasa 6e3 3amer-
HOTO TOBBIIIEHUSI TEeMIIEPaTypPhl IyTH U COOTBETCT-
BYIOII[ETO U3MEHEeHUsI WHTeHCHUBHOCTEeH juunid. |1
BBIOOPA BETMYUHBI BBICTYIIA /i CDABHUBAIN BOPOHKH
C OJMHAKOBBIM 3a30pOM b: OBLJIO YCTAHOBJIEHO, UTO
MTOJIOKUTENHHOE 3HAUEHHUE BBICTYIIA JOMIOTHUTEIHHO
cTabmIu3upyer MHOCTyILIeHre o6pasima B IyrOBOH
paspsn,.

3axJaroueHue

g TUIOBOTO aTOMHO-3MHCCHOHHOTO CIEKTPO-
MeTpa C MHOTOKaHAIBHOU perucrpamnuel crekTpa
«['parp-IloTok» co3maHo HOBOE YCTPOHCTBO JIs
TIO/ITyBa aproHa B IJIa3My IIPU OHOBPEMEHHOM BBe-
JEHUH TIOPOIIKA Te0JOTHYeCKOH MpPOoObI B AYrOBOM
paspsm cmoco00M TPOCHINKH-BAyBaHusa. Hawumyd-
1ie TeOMEeTPUYIECKHe pasMepbl BOPOHKH OBLIH BhI-
OpaHbl WCXOJs W3 IIPEeIBAPUTEIBHOTO HN3YUEHUS
BiHsAHUA pacxonga aproua (or 0 mo 2,25 m/mMmunH) Ha
MHTEHCUBHOCTD CIIEKTPAIbHBIX TUHUH.

Wsyueno BrusgHME pacxoja aproHa Ha TeMIlepa-
Typy IIasMbl IYTOBOTO paspdana ¥ MHTEHCUBHOCTH
37 aTOMHBIX W WOHHBIX CIHEKTPAIbHBIX JTUHUH 22
9JIEMEHTOB, a TaKKe MOJeKyaapHoi momockl SiO.
Pacuers1, BbIIOTHEHHbIE 0 W3MEPEHHBIM HHTEH-
CHUBHOCTSIM ATOMHBIX WM HOHHBIX JIMHUH /Heje3a, CBH-
NIETEICTBYIOT O POCTE TEMIIEpaTyphl IIIasMbl Ha
350 - 540 K mpu yBenuwuenun pacxoga aproHa o
2,25 j/mun. Ilpu sToMm yBenmuuenue pacxoia aproHa
IIPUBOAUT K POCTY MHTEHCHUBHOCTH HOHHBIX JIUHUNA
2JIeMeHTOB He Oosiee ueM B 4,7 pasa, a aTOMHBIX JIH-
HU ¢ 9Hepruei noHusanuu Boiie 8 9B — wme Gomee
yeM B 2,9 pasa. [{na muHuil c sHepruel NOHU3AIUH
ke 8 5B Habmomaercs CHUKEHWE WHTEHCUBHO-
ctu. IIpomemomncTprpoBaHo 3HauuTenbHOe (6oiee
4yeM B 6 pa3) CHUIKeHHE HHTEHCUBHOCTU KaHTa MOJe-
KyasapHo# mosockl Si0 242,858 HM — CIIeKTpaib-
HOI TIOMEXH ITIPH OIPeeIeHUN 30JI0Ta B T€0JIOTHIe-
CKHUX IIpobax.

BI)IHOJIHE‘HHBIG HCC/IelOBaHusd YKa3bIBAalOT Ha
POCT OTHOIIEHHUA CUTHAJ/IIYM [ JAHUN aHAIU-
TOB B CIIEKTPAaX, IIOJYY€HHBIX IIPH IIOAAYBE aproHa
B IIJIa3My, ¥ OyIyT ITOJIE3HBI AJIS YIyIIIIeHUI MEeTPO-
JIOTUYECKUX XapaKTEPUCTHK Pe3yIbTaTOB aTOMHO-
SMUCCUOHHOTO aHAIW3a TeO0JOTUYECKUX IIOPOII-
KOBBIX MPO0 HA IITUPOKHUA KPYT XUMHUYECKHUX dJie-
MEHTOB.
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COPBIITMOHHO-ATOMHO-ABCOPBIITUOHHOE
OIIPEJIEJIEHUE JKEJIE3A B BOJAX

© ¥YukyH YpyHooeBuud Pysmeros*, diaeonopa Illlyxparosna sKymaesa,
Byuén TommupsaeBuu Op3ukynoB, dynanxo AcanaamuneBHa CmaHOBa

Hanumonanwsublit yauusepcurer ¥ 36ekucrana um. Mupso Yayrbeka, ¥soexucran, 100174, Tamkent, yia. Yuusepcurerckas, 1. 4;
*e-mail: ruzmetov.uchkun@mail.ru

Cmamusa nocmynuaa 9 utoas 2023 2. Ilocmynuaa nocae dopabomru 13 oxmsabps 2023 e.
Ilpunama k nybaukayuu 25 okmsbps 2023 e.

Cunresuposanbl copbentst [1TTA-1 u ITI1P-1 Ha ocHoBe BostoKoH monuakpuionuTpuia (ITAH),
MOmupUITMPOBAHHBIX moausTHuiIeHmonuamMmuaom (II9ITA), ¢ mobasnenuem dopManbaeruma u
docdoprucroit kucmors: B cirydae [TTID-1. 9tu copbeHTHI ¢ UIMMOOMIN30BAHHON HA WX ITOBEPX-
Hoctu cynbgocauiioBoi kucinoToi (CCK) mcmonbsoBamu [yisi COpOIMOHHOTO KOHIIEHTPH-
posanus uonos Fe (III) us o6pasmnos BopompoBogHo# U cTrounoi Boj. Merogamu UK-criextpo-
CKOIMM W CIIEKTPOCKOIUU Au(py3HOr0 OTPAIKEHHS IIOATBEPKIEHO 00pasoBaHue KOMILIEKCA
VOHOB jKee3a ¢ uMMoOmIn3oBanHoi Ha mosepxuaocTH [1TTA-1 u [TT1®P-1 CCK. Hccnenosana cop-
6uwmsa nouos Fe (I11) Ha manubpIx copbeHTax: BeIOpaHb! 3HaueHUa pH pacTBopa, Macch! copbeHTa,
BpeMeHHU KOHTaKTa ¢as, a Takke o0beM M KOHIleHTpalms gecopbupyioriero arenra (HNO;),
obecrednBaInye MaKCHMAIBHYIO CTeIIeHb U3BIEUEHHS Kejle3a. SHAYeHUsT 00MEeHHOM eMKOCTH
[ITIA-1 u ITTI®-1 cocraBuiau 8 u 15 Mr-skB/r coorBercTBeHHO. B BhIOpaHHbIX yeiaoBusax (pH =
=2-25,¢t = 25°C, m(copberra) = 200 mr, V(0,5 M HNOg) = 15 M) n3ydeHO BIUIHHE Mela-
IOIUX MOHOB HA m3BjedeHue keiesa. [lo muorum napamerpam IITI®-1 okasamcs Gosee mep-
CIIEKTUBHBIM copOeHToM s u3Biaedenus uouHoB Fe (III). BeiOpaubl yclnoBus IOCIEIYOIIEro
OIIpeNieJIeH s JKelle3a METO[0OM aTOMHO-a6COPOIMOHHOM CIIEKTPOMETPHH C ATOMU3AIHed B IUIa-
venu (ITAAC): mams arneTwieH — BO3IyX; aHamuTHdecKas aunaus Fe 243,8 HM; mupuHa 1mean
MoHoxpomaropa — 0,2 HM; TOK JIAMIIbI ¢ IOabM KaTogoM — 12 MA. Paspaborana merosuka cop-
OILIMOHHO-aTOMHO-a0COPOIIMOHHOTO OIpeNeIeHnsd Kele3a B 00pasiax BOJ Pa3INIHOTO IIPOMC-
XOKIeHus B auanasone xourenTtparmi 0,005 — 4 me/Mi ¢ npemenom obHapyskenus 0,01 MKr/a
(S, = 0,033).

KmroueBnle cioBa: cOpOIIMOHHO-aTOMHO-a6COPOITHOHHAS CIIEKTPOMETPHS; MMMOOMIM3AITH;
Cynb(hOCATUITIIIOBAS KUCIOTA; CIIEKTPRI qupdy3HOro oTpaskeHws; onpeaenenue xeiaesa (I111).

DETERMINATION OF IRON IN WATER BY FLAME ATOMIC ABSORPTION
SPECTROMETRY WITH SORPTION PRECONCENTRATION

© Uchkun U. Ruzmetov*, Eleonora Sh. Jumaeva,
Bunyod T. Orziqulov, Zulaykho A. Smanova

National University of Uzbekistan named after Mirzo Ulugbek, 4, Universitetskaya ul., Tashkent, 100174, Uzbekistan;
*e-mail: ruzmetov.uchkun@mail.ru

Received July 9, 2023. Revised October 13, 2023. Accepted October 25, 2023.

Determination and monitoring of pollutants in the natural environment is an urgent task because of their
impact on living organisms as a result of numerous anthropogenic impacts. For this reason, a large num-
ber of publications are devoted to the development, modification or optimization of analytical methods
that can solve these problems. When determining trace elements present in various samples, such as nat-
ural and waste water, biological samples and alloy samples, direct determination by various instrumental
methods is often impossible due to the matrix effect and rather low concentration of metal ions in the sam-
ple. The atomic absorption method is one of the methods widely used for the determination of iron ions,
which has such advantages as simplified sample preparation, low probability of contamination and loss of
elements, increased analytical productivity, the detection limit of components in the analyzed mixture re-
duced by several orders of magnitude, and the ability to determine trace amounts of elements in small
samples. The aim of the study was to develop a technique for the preliminary concentration of Fe (III) ions
in waters of various origins using a sorbent immobilized with sulfosalicylic acid and their further determi-
nation by flame atomic absorption spectrometry. Sorbents obtained on the basis of polyacrylonitrile modi-
fied with polyethylene polyamine (PPF-1 and PPA-1) with sulfosalicylic acid immobilized on their surface
were used for selective sorption of Fe (III) ions. Optimal conditions for the immobilization of sulfosalicylic
acid on sorbents and the formation of complexes with Fe (III) ions were studied. The developed sorp-
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tion-atomic absorption technique provided determination of low concentrations of Fe (III) ions in various
waters. The use of PPF-1 as a sorbent with immobilized sulfosalicylic acid for pre-concentration of iron
has a number of advantages compared to traditional atomic absorption procedure, i.e., the simplicity, high
degree of iron extraction, high sensitivity and selectivity of iron determination, as well as a low cost. The
detection limit of iron ions is 0.01 png/L, S, does not exceed 0.033.

Keywords: sorption-atomic-absorption spectroscopy; immobilization; sulfosalicylic acid; diffuse reflect-
ance spectra; determination of iron (III).

BBenenune

Omnpenenerue ¥ MOHUTOPHUHT 3aTrPA3HIIOIINX
BEIl[eCTB B IIPHUPOAHON cpele OTHOCATCA K AaKTy-
aJIbHbBIM 3azadaM H3-3a aHTPOIIOT€HHBIX BOSI[efICT-
BHUU Ha KUBbIE Opranusmsbl. 1o sTo# npuynHe 601b-
1I10e KOJHMYECTBO IIyOJMKaIlMi IIOCBSAIIEHO paspa-
00TKe, MOAU(PUKAIIMN WX ONTUMHU3AIUNA AHATHUTH-
YECKMX METOO0B, CIOCOOHBIX PEIINTh STH 3aJaYH.
Bribop mopxopsiero meroma aHanu3a 3aBHCHT OT
MHOTHX (DAKTOPOB, CBI3AHHBIX C TPEOYEeMBIMH IIpe-
JIellaMu OOHAPYKEHHUs, BOCIIPOU3BOAUMOCTHIO METO-
Ila, UMeoIUMcsa 000pyIOBAHUEM, a TAKIKe OT IIOTEH-
[HAJBHBIX IIOMEX, 00YCIOBIEHHBIX COCTABOM MATPH-
1161 06pasia.

IIpu ompeneneHrH MHKDPOSJIEMEHTOB B Pa3jInd-
HBIX O0BEKTAX, TAKUX KAK MPUPOAHAS ¥ CTOYHAS
BOja, OMOJIOrHYecKre 00pasIibl ¥ 06PA3IILI CIIABOB,
IpsAMOe OIpefleleHue pPas3IudHBIMU HHCTPYMEH-
TaJbHBIMU METOIAMHM YacTO HEBO3MOKHO H3-3a d(-
(hekTa MaTpPUIIBI ¥ HHUBKON KOHIIEHTPAIIUA WOHOB
MerayuioB. IlosToMy misa moHm:KeHHA mpeznena 06-
Hapy:XeHUs U YJIy4llIeHUsd CEeJIEKTHBHOCTHU OIIpe-
IEeIeHUsI MUKDPOJJEMEHTOB 4YacTo TpedyeTrcs Ipen-
BapUTeNIbHOE, B YaCTHOCTH, COPOIIMOHHOE KOHIIeH-
TPUPOBAHKWE WA OTHEICeHHE MHKPOIJIEMEHTOB OT
marpuiibl [1-4]. B atux ciaydasx 1enecoobpasHo
MIPUMEHATH COPOEHTHI C UMMOOUIN30BAHHBIMH OPra-
HUYECKUMHU peareHTaMu [5 — 9], uTo ymydiiaer aHa-
JIUTAYECKHE IIapaMeTpbl COPOEHTOB M TEM CaMbIM
MOBBIIIAET YyBcTBUTEIBHOCTH (B 10 — 100 pas) u ce-
JIEKTUBHOCTDH OIIPEIeeHUsA, a TaKKe COKpAIaeT
BpeMs MPOBeIeHUs AHAAW3a W IT03BOJIAET OIpee-
JISTh HOHBI METAJIJIOB B COCTABE CJIOKHBIX CMECEeH.

Kemneso sapnsercsa omHuM M3 HambojIee PacIpo-
CTPaHEHHBIX 9JIEMEHTOB B IIPUPOJHBIX BOJAX, rae
ero cpemHee coiep:kaHue Kojebaercsi B HHTepBaJe
0,01 — 26 mr/n. ToOKCHYHOCTL COEIWHEHHH Kelle3a
I AHHUBBIX OPraHUu3MOB B BOJ€ 3aBHUCHUT OT pH B
IIIeJIOYHOH cpejle OHA Bospacraer. Bobiryro omac-
HOCTB IIPeACTaB/IAIT CTOYHbIE BOAbI U IIJIAMBbI IIPO-
M3BOJICTB, CBSI3AHHBIX C IIepepabOTKON IKee30co-
Iepskanux opoaykros [10 — 14].

OguuM #3 IMHPOKO WHCIIOJIb3yeMbIX METOI0B
OIIpeJe/IeHns JKejie3a SBJISIEeTCI aTOMHO-abcopOITH-
OHHBIM C aTOMHU3aIHelN B IJIaMeHU, XapaKTepusylo-
IIAACSI BBICOKOM YyBCTBHUTEIHHOCTBIO, DKCIIPECCHO-
CTBIO U CEeJIEKTUBHOCTBIO onpenenenus [15].

Ilenapr paborbl — paspaboTKa METOIMKH OIIpe-
nenennsa nonos Fe (III) B Bogax pasauuHOTO IIpowc-

XOKIEHUST METOJ0OM aTOMHO-a6COPOITMOHHOM CIEK-
Tpomerpun ¢ aromusarmed B mwiamenu (ITAAC) c
MPEIBAPUTENHHBIM KOHI[EHTPUPOBAHWEM C WCIIOJh-
30BaHUEM COPOEHTOB C UMMOOMIN30BAHHOH CYIh(O-
CATTUITMIIOBOH KUCIOTOH.

IJKCIIEpHMEHTATBLHASA 9aCTh

Peaxmuewvr. Jnaa mupurororenus 00,0100 M
(560 mxr/m) pacrsopa Fe (III) B 5 %-uoit HNO; uc-
nons3oBanu FeCl; - 6H,0 (una).

Pa6oune pacTBOpBI Ilepeq MpUMEHEHHEM TOTO-
BUJIN pasbaBleHWEeM CTaHIAPTHBIX OHUIHUCTUILIAPO-
BaHHOM BOjo#. (/11 X70opupoBaHus BOJOKHA U CO3-
IaHusI KUCIIoM cpenbl ucmoab3oBaru 0,1000 M cran-
naprubii pactBop HCl. Crammaprasiit 10 %-ubrit
pacTBop cyabdOCATUIIMIOBON (2-TUIPOKCU-5-CYIb-
(ho6erH30HOM) KUCIOTHI TOTOBHUIA TOYHBIM B3BEIIIH-
pauneM 10,00 r peareHTa W pPacTBOPEHUEM €ro B
MepHO# Koabe oobemom 100 mur. Ilpu mpurorosie-
HHUU pacTtBopa ammuaka (1:1 mo o6beMy) cmemnuBa-
JIW PaBHbIE YACTH KOHIIEHTPUPOBAHHOIO aMMHUaKa U
IUCTUWILIUPOBaHHOU Bobl. CopbeHnTnI Maccoit ~0,2 T
B3BEIIUBAIIA HA AaHAJIUTHYECKUX Becax!.

Ob6opydosarue. Vcnonb3oBamun aToMHO-a6copO-
nuoHHBIA crnekTpoMerp Shimadzu AA-7700 (fHmo-
Hus), aHanuTudeckue Becbl ABS 120-4N (Kuraii),
pH-merp PHS-3E (Kurait) c¢ wmemankoii MS7-
H550-S. KauecTBeHHBIH U KOJTHYECTBEHHBINH COCTAB
¥ Tomorpaduio IMOBEPXHOCTH 00Pa3I[0B H3YyYaIH C
TIOMOIIIBI0 CKAHUPYIOIIETO 3JIEKTPOHHOTO MUKPOCKO-
na JEOL JSM-IT200LA (nouus). UK-criexTps! Bo-
JIOKOH PETUCTPUPOBAJIH C UCIIOIb30BAHUEM CIEKTPO-
merpa Bruker Invenio S-2021 meromom ATR-FTIR
B unaTepBane uacror 4000 — 400 cm!. Kommgecrso
3aKPEIIEHHOTO peareHTa U KOMILJIEKCOB OIpeesis-
JIX METOJIOM CHEeKTPOCKomuu Audpys3HOro orpaske-
HHS C WCIOJb30BaHueM crekrpoporomerpos EMC-
30PC-UV (I'epmanus) u Eye-One Pro (Kurait).

Ionywenue copbernmos u ux nodzomosxa. Yc-
MOJIE30BAJIA COPOEHTHI B BH/I€ BOJIOKHUCTHIX HUTEH,
MOJIyYEHHBIX IIyTeM MOAU(DUKAIINHU TOIUITHIEHIIO-
muamuHOoM (IIOITA) monmmmepa HOIMAKPUIOHUTPH-
na (ITAH) (cop6eurs: ITIIP-1 u ITITA-1). dns cun-
tesa IIITA-1 Bomokua ITAH crayana akTuBupoBaiu
THAPOKCHIaMUHOM, 3areM pobasiaamu 50 %-Hbli

! Kopocreaés II. I1. JlaGopaTopHas TeXHUKA XUMHIECKOTO
amanusa. — M.: Xummsa, 1981. — 312 c.
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pactsop II3ITA npu 100 °C B Teuenwue 3 4. Bosokmo
[III®-1 monyuanu mobaBieHHEM, IIOMHMO STOTO,
dopmanbaeruna u gochoprcroit KucaoTsl [16 — 20].

Modugurayus copbernmos. I111P-1 u ITIIA-1 (B
BUJIE BOJIOKHHCTOM HHUTH TOJIIUHOM O0K00 100 mHM,
mommaabio mosepxuoctu 30 — 100 r/m?2) maccoit 0,2 ©
ImoMeInaau B cTakad eMKocThbio 50,0 My, BhIIEpKU-
panu B 0,1 M HCl B Teuenue 4 — 5 4, mpombIBaau
2 -3 pasa OMIMCTHUIMPOBAHHOM BOXOH 10 HEW-
TPaJIbHON PEaKIIUy, IIPH STOM COPOEHTHI MEPEXOIIT
B MOHU3WPOBAHHYIO aHHOHOOOMEHHYIO XJI0P-(hopMy.
Ilonyuennble mpemaparsl XpaHuau B 4darikax ller-
PH [JIST TIOCTEAYIOIIUX DKCIIEPUMEHTOB.

Hmmobunusayus peazenma. s ymydineHus
AHAMTUYECKUX [IApaMEeTPOB IMOJYyYEeHHBIX COpOeH-
TOB HA HUX UMMOOHIN30BaIU CyIb(OCATHITUIOBYIO
kucimory (CCK), 06pasyrolyo IpodHbId KOMILIEKC C
vouamu :xemnesa (III).

CCK npuMeHSIOT B AHAJTUTHYECKOH IPAKTHUKE
KaK peareHT /i 00OHAPYKEeHUI U BbIIEeIEHHUI HOHOB
merauioB (Fe, Al, Be, Hg, Ti, Zr, T1, U), a raxxe
KaK MaCKHPYIOIUH areHT AJId PAJa NOHOB METAJLIIOB
u pua onpexnenenus uouos Fe, U, Be crexkrpodoro-
METPHYECKHAM METO[0M?Z,

Hawmu ycramosmeno, uro CCK copbupyercsa ma
noBepxuocTH [IITA-1 u IIIIP-1 mo mexanusmy anu-
oHHOro obmena mpu 3HadyeHusx pH, coorsercrByro-
[IUX JTUCCOIIMALIUN CYIb(OTPYIIIIbI:

P -NH;,0S - R,

rae P — monumepusie copbertst [ITTA-1 u ITI1P-1;
R — paguran CCK, comepskariiuii cyabgorpymiry.
HMonoobMeHnHbIN XapakTep COPOIIMU MOATBEPIK-
JaeTCsd TIOBBIIEHNEM KUCIOTHOCTH JKUIKOHU (Pa3HhI.
s mMMOOMIM3AlNY peareHTa B CTaKaHbI e€M-
rocteio 50 Mmn BHOcmmu 2 ma 10 %-moro pacrBopa
CCK, mo6asismu 0,2000 r copbeHTa, MAarHUTHOHN Me-
IIIAJTKOH TIEpeMENTUBaIN B TeueHue 4 — 5 MuH, 3aTeM
MIPOMBIBATIH COPOEHT OUAUCTUILIMPOBAHHON BOJOMH.
IIposedenue copbyuu. B xumuyeckune cTaxaHbl
BHOcwIH 110 10 MJI pacTBOpOB 00pasIOB, J00ABIAIN
0 2 MJI YHHUBEpPCAIBLHOro OydepHOro pacrBopa,
romeranu copbeutsl mMaccoir 0,2000 r ¢ umMMoOH-
muzoBanuoii CCK u mepemernwBaau € IIOMOIIBIO
MarHuTHOM Memanku B Tedenwe 10 muH. 3arem
COpOEHT IPOMBIBAIY OUIUCTHUIINPOBAHHON BOIOH U
XpaHWIu B daimkax lleTpu [jid mOCTIeyoIiero
HCIIOTb30BAHMUS.
Craruyeckyro OOMEHHYI0 €MKOCTh copOeHTa
(COE) s nona Fe?*, Mr/r, paccauThIBamu MeTog0M

HACBIIEHUS IIPH HKCIEPUMEHTAIHHO BHIOPAHHBIX
YCIOBHUAX 10 (DOPMYJIE:
c,-C
COE(Fe 3+ )= 1 2

m

v,

roe C; u Cy — roumenTpauuu uoHos :xenesa (I1I) B
HMCXOIHOM PAacTBOpe W (PUIbTPATE COOTBETCTBEHHO,
mr/mir; V — obbeMm dmiibTpara, MiI; m — Macca cop-
Oenra, T.

Omobop npob. B rauecTBe 00BEKTOB HCCIIENOBA-
HHS ObLIM B3SThI 00pa3I(bl TEXHOJOTHYECKUX CTOY-
HBIX BOJI B IPOM3BOICTBEHHOM 30He HaBoutickoii 06-
aacru coranacuo 'OCT 31861-20123. ITocme dunbr-
poBaHuA 00pasIloB BOALI U A0BeaeHus 3uadenns pH
0 2 — 2,5 UX MOKHO XPaHUTh B XOJIOJWIbHUKE IIPU
5 °C B TeueHmue MecsIa.

Meroguka copOIIOHHO-aTOMHO-a6COPOITMOHHO-
ro onpexenenns nouos Fe (III). Paspaboraunas me-
ToAWKA ompenenenus noHos skenesa (II1) Brmrouaer
CIeIyIOIHAe CTAIWHU: IIPOOOIIOATOTOBKA — IMIE€PEBO/I
OIIpeIeIsIeMoro djIeMeHTa B HOHHYI0 )opMy, yCTpa-
HEeHUEe MeIIAIINX HOHOB; IIPOBEIeHHEe UMMOOWIIH-
samuu — akTuBanusa copbenra I1I1P-1 u ummodu-
IU3anud HAa HEM CyJIb(OCAIUIIUIOBOR KHUCIOTHI,
COpOITMOHHOE KOHIIEHTPUPOBAHKE — IIPOBEIEHUE
cop6uuu nonoB Fe (III) mpu onTuManbHBIX yCIOBH-
ax (pH, Bpems, xKojmyecTBO copbeHTa, KOHIIEHTpPA-
[IUA pPeareHTa); JecopOIua — M3BJIeUEeHHnEe MeTalia
u3 copbenra 5 %-ubim pactBopom HNOs; ompenerne-
Hue nouos Fe (III) B amroare metonom ITAAC.

Oo6cy:xaenne pe3yabTaToB

HUsyuanu HK-criekrppl “MMOOMIN30BaHHOM
CCK u rommiexca nona Fe (III) ¢ ummobunnsosan-
voit CCK ma copbente IIII®-1. W3 pesyabraros
HEK-CceKkTpoCKOIIMYecKux UCCAeI0BAHUN BUIHO, UTO
nocie nmmoounusanuu CCK ma ITIIP-1 B ero cnek-
Tpe HaOIIAI0TCI HOBBIE ITOJIOCKI TIOTJIONIEHHUA B 00-
nactax 3053 em!, coorBercrByromei cesasu —C-H
(sp?), u 1609 em~!, coorsercrBymomei casu —C-C
apoOMATHYECKOTO KOJIbIA, Kojebauus B objactu
1309 cv!, coorsercrByromei casu —C-O rap6ox-
CHJIbHOM TPYIINLL, ¥ yIIupeHue B obmactu 3275 em L,
coorBercrByomee OH- rpymre, uro mosBossier cie-
smaTth BbIBOJ 06 mmMmobmimsarniuu CCH Ha copbemnre
[II1®-1 (puc. 1). Ilpu B3aumomericTBUN UMMOOWIIH-
soauHoi CCH c moHamu :Kejne3a MPOUCXOTUT HUX
copbrtus ¢ obpasoBannem Komiuiekca: B MK-ciexrpe
MOSIBJISIETCST HOBAs I10JIOCA ITOTJIOIIEHHUS B 00JacTu
670 — 534 ecm™!, xapakrepmaa maa ceasm —O-Fe
(puc. 2). Pesyaprarer MUK-cnexkTpockonmaeckux wuc-
cienoBaHuil oOpaszoBauus Kominiekca nouos Fe (I11)
¢ UMMOOHIN30BAHHOMN CYJIH(OCATUITHIOBON KHCIIO-
TOM npuBeaeHsbI B Tab. 1.

2 Jlypse 10. 0. CipaBoYHUK 110 aHATATHIECKON XUMUU. —
M.: Xumus, 1989. — 448 c.

3 T'OCT 31861-2012. MI'C: Boga. O6uime Tpe6oBaHMS K OT-
6opy ipo6. — M.: Cranmaprundgopm, 2019.
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Puc. 1. UK-criexrp Bosoxon ITII®-1 ¢ mmmobmin3oBanHOM
Cy1b(HOCATIUIIUIIOBON KHUCIOTON

Fig. 1. IR spectrum of PPF-1 fibers with immobilized sulfo-
salicylic acid

Jna xapakTepUCTHKH XUMHYECKOH CTPYKTYpPbI
MMOJIyYEeHHBIX BOJIOKOH ¢ mMmmobOmiauzoBanHoi CCK
HcciegoBaaIn HUXxX 3JIEMEHTHBIA COCTaB A0 U II0Ciie
COPOIIMY MOHOB jKejie3a ¢ MOMOIIbI0 CKAHUPYIOIIEro
DJIEKTPOHHOT0 MuKpockona (rabi. 2). Ilomyuennsre
pe3yabTaThl MOKA3ajd, YTO COPOEHTBI COIEp:KaT
aToOMBl a30Ta, HPUAAIIHE UM AHHOHOOOMEHHBIE
csoiicrBa. Ummobunusarua CCK mporekaer B 60/1b-
mred crenenu Ha BosokHe IIT1®-1 (puc. 3, a, 6), yem
ma IIITA-1, u copbrus xemesa Ha IIIIP-1 sHauwm-
tenbHO BhIIe. [locie ummobumusariuu CCK Ha sTux
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Puc. 2. UK-criextrp rommnexca Fe (III) ¢ mmmobunnsosas-
HOM CyIb(OCATUITUIOBON KucioTol Ha copberte [1TID-1

Fig. 2. IR spectrum of Fe (III) complex with immobilized
sulfosalicylic acid on PPF-1 sorbent

BOJIOKHAX HAOIOMAETCSI CYIeCTBEHHOE HM3MEHEHUe
cocraBa: B BosiokHe II11®-1 mosBaA0TCA HOBBIE 3JI€e-
meHTel (S — 3,29 %), KOoTOpble BXOASAT B COCTaB
CCEK. Hemeso pacmpemesaeHo Ha BOJOKHE paBHOMEP-
HO (cM. puc. 3, 8), UTO CBHAETEILCTBYET O TOM, 4TO
MIPOHU30IILJIA XeMOCOPOITH, & COIEePIKAHIE JKeIe3a Ha
copbernTe cocraBaser 10,28 % (cm. Taba. 2). Ilpu
9TOM M3MEHSIETCS IIBET BOJIOKHA OT GECI[BETHOTO 0
KpacHo-0yporo.

Mo:kHO Takke yBHUIETh 3HAYUTEIbHbIE H3MeHe-
HHS HA IMOBEPXHOCTH BOJIOKHA (pwuc. 3,6), yKasbI-

Ta6auma 1. Pesynsrarer UK-cnexkTpockonmyeckux uccinemoBanuii oopasoBauus komiuiekca uonos Fe (III) ¢ ummobumusoBan-

HOH CyJIb(DOCATIUITUIIOBOMA KHUCIOTOM

Table 1. Results of IR spectroscopic studies of complexation of Fe (ITI) ions with immobilized sulfosalicylic acid

PyHKIHIOHATBLHAS TPYIIIA VIITI®-15 CM

-1 -1
VInd+CcK M VII®+CCK+Fes M

-OH 3245,10
-CH,- 2928 — 2849
-P-H 2362
-P-0 1448
-N-H 1642
-C-H (Ar) —
_C-0 _
-C=C- (Ar) —
_S=0 _
-0-Me —

3184 3186
3030 — 2848 3044 — 2853
2362 2362
1448 1457
1627 - 1579 1647 — 1554
3053 3044
1309 1310
1609 - 1554 1600 - 1554
1037 1079

— 670 — 534

Tab6auna 2. Pesynprars! smementaoro ananusa (%) Bonoxua ITIIP-1 ¢ moMombio CKAaHUPYIOIIETO SIEKTPOHHOTO MUKPOCKOIIA

JEOL JSM-IT200LA (n = 3; P = 0,95)

Table 2. Results of the elemental analysis of PPF-1 fiber (% wt.) using a JEOL JSM-IT200LA scanning electron microscope

(n=3;P=0.95

CopbenT C N (0] Cl S Fe
[II1®-1 + Fe (II1) 40,07 = 0,05 33,13 = 0,10 20,68 = 0,08 5,10 = 0,02 — 1,02 = 0,02
[II1®-1+ CCK 44,81 = 0,04 23,79 = 0,07 24,06 = 0,06 4,03 = 0,02 3,29 = 0,01 —
IITI®-1+ CCK + Fe (III) 32,92 + 0,03 12,80 = 0,07 31,11 = 0,06 10,10 = 0,01 2,79 = 0,01 10,28 = 0,02




26 «3aBojckasn Jaboparopusi. [[naraoctuka marepuaaos». 2023. Tom 89. Ne 12

mC EN HO WP [ B [ Fe

Puc. 3. dnexrponnsie Mukpodororpaduu BoaokoH [IT1P-1 nocme mvMmobunusanyu cynbhOCaATHITMIOBON KACIOTHI (@); abcopb-
unu Fe (ITI) (6); Bug pacipenenenus Ha IOBEPXHOCTH BOJOKOH pasnu4HbIX s1emenToB (8) u Fe (IID) (2)

Fig. 3. Electron micrographs of PPF-1 fibers after immobilization with sulfosalicylic acid (a); absorption of Fe (III) (); type of
distribution on the fiber surface of various elements (c¢) and Fe (III) (d)

BaIoIIMe Ha B3aWMOJIENCTBHE HOHOB METAJIJIA C pea-
reHToM. M3y4wiau 3aBHCHMOCTb OT JJIMHBI BOJHBI
dyurnun Kybenku — Myuka F(R) copbeHTOB B OT-
CYTCTBHE W B IIPUCYTCTBAH HA HUX UMMOOUIN30BAH-

HOTO peareHTa U ero KOMILJIEKCa C HOHaMU KeJjie3a.

10
8
&
= 6
4
2
0
380 480 580 680
A, HM
Puc. 4. Cuexrpsr guddysHoro orpaxenud: I — BOIOKHA

TIITA-1; 2 — Bonokna IITI®-1; 3 — IITIA-1 ¢ ummoGUIH30-
Baunoi CCK; 4 — III1®-1 ¢ CCK; 5§ — III1®-1 ¢ nonamu Fe
(III) 6e3 mmmobumuzaruu CCK

Fig. 4. Diffuse reflectance spectra: I — PPA-1; 2 — PPF-1
fibers; 3 — PPA-1 with SSal; 4 — PPF-1 with SSal; 5 —
PPF-1 with Fe (IT) ions without immobilization

IIpenBapurenbuble  HCCIEIOBAHUS  METOAOM
CIEKTPOCKOIIHNY JTU(PPY3HOTO OTPAKEHHUS 110 BHIGOPY
HAWIy4IIero copbeHTa MoKa3alu, YTo HauboJbliee
nuddyssoe orpaxenue npu ummobuausanuu CCK
IOCTUTAETCS TIPU HCIOJIb30BAHUM TIOJHITUIEHIIO-
JMAaMHUHA, MOAUMUIIMPOBAHHOTO (POCHOPHUCTON Ku-
caoror (IITID-1) (cMm. puc. 4).

Cuextpsl auddysuoro orpaxernus CCR ¢ nona-
vu Fe (III) B TBepmoii (hase nMeOT MAKCUMyMbI B
obmactu 500 uM. Monekyna peareHTa COIEPIKUT
rpymmsl —-OH u ~COOH, koTopbie 00pasyoT CBI3u ¢
Fe (III), mpunuceiBaeMbie aHHOHHOMY OHC-KOMILIEK-
cy (II), umetoriemy kpacHo-0ypyo okpacky. Ilomy-
YeHHbIe Pe3yIbTAThI IPECTABIEHBI HA PUC. 5.

Bausnue snauwenuss pH na copbyurn. Kuc-
JIOTHOCTH Cpefbl BIUAET HA COPOIHMI0 METAIOB HA
MOIEPHU3HUPOBAHHBIX BOJIOKHAX, TAK KaK OT Hee 3a-
BUCHAT PEAKIIMOHHAS CIIOCOOHOCTh (PYyHKIITMOHAb-
HBIX TPy COpOeHTa U peareHTa, u, Kak CIe/CTBHe,
ompejieisieT CEeNIeKTHBHOCTh HMMOOHMIN30BAHHOTO
peareHTa 10 OTHOIIEHHUIO K KOMIIOHEHTaM PacTBOpa.
B zaBucumocru ot pH obpasyrorcs pasiauyHbIe KOM-
ILUIEKCHI MeTa/lioB, HanpuMep, uoH Fe (III) o6pasyer
¢ CCK HeCKOJIbKO KOMILIEKCOB: MOHOCYIb()OCAIHIIH-
smaT pososaro-Oyporo msera (pH 1,8 — 2,5), nucys-
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Puc. 5. Crnexrper  puddyssHoro orpaskeHus CcOpOGEHTOB
TII1®-1 (1) u IIIIP-1 (2) c uMMOOGUIN30BAHHOM CyIbdocaTH-
munoBoi kucioroi, [TT1®-1 ¢ monamu Fe (I11) 6e3 mmmoOmin-
sanmu (3) ¥ UMMOOHIN30BAHHBIM KOMILIEKCOM CyJIb(OCAIN-
nunoBo Kucaotel ¢ Fe (IIT) (4)

Fig. 5. Diffuse reflectance spectra of sorbents PPF-1 (1)
and PPF-1 (2) with immobilized sulfosalicylic acid; PPF-1
with Fe (ITI) ions without immobilization (3), and immobi-
lized complex of sulfosalicylic acid with Fe (III) (4)

ocanunmnar 6yporo msera (pH 4 - 8), Tpucynngo-
canmurunar :xearoro 1nsera (pH 8 — 11). Bruto usy-
yeno pnusHue pH Ha oOpasoBaHume KOMILIEKCA B
nuamnasoune ot 2 1o 9. Haubonbinas crenens ussie-
YeHWs jKee3a COoOTBercTByeT sHauenwio pH 3 -5
(puc. 6).

Bausnue maccwr copbernma. Ilpu onruManbHbIX
3HaveHuax pH u3yumnm 3aBHCHMOCTH CTEIIEHU H3-
Biedenusa nouos Fe (III) ot maccr! BosokHa copbeH-
ta B nuanasoune 100 — 400 mr (puc. 7).

W3 puc. 7 BuaHO, YTO KOJIWIECTBEHHOE BBIIEIIE-
HHe Kejes3a JocTuraercd npu macce copberra 200 —
300 mr, KoTopas u 6bLTa BBIOpAHA MAJIA IOCIEMNY-
IOIIUX UCCIIeOBAHMH.

Bausnue spemenu konmaxma gpasd Ha copoyuro.
Wzyuunu saBucumocts cremenu copbuwu Fe (I11) na
copbenre IIII®P-1, xKoropwiii okasascsa 6osee Iep-
CIIEKTUBHBIM [[JI1 BBIZIEJIEHUS Keje3a, OT BpeMeHU
KoHTakra (a3 B awamnasone 1 — 30 mun. [lomxyuen-
HbIe pe3yJIbTaThbl IToKasanu, 4yro copborusa Fe (III) B
Teuenrie 10 mun gocruraer 96 %, 5T0 BpeMsa OBLIO
BBIOPAHO JJIS TTOCIENYIOIIHNX UCCAECOBAHUMT.

Bausanue ycaosuili anwouposarus Ha pasdene-
nue. Ilockonbry copbuusa Fe (III) mpu pH < 2 me-
3HAYUTEIbHA, DIIOUPOBAHME IPOBOAMIN B ciaabo-
kucion cpeme. Haa mecopbrmu Fe (III) umcmonbso-
BaIu pasaudHble KOHIleHTpauwu u o0bembl HNO;
(tabim. 3). Pesynprarer mokasanu, uro 15,0 ma 0,56 M
HNO; mocraroyno [ IIOJHOTO SIIIOMPOBAHUS
nonoB Fe (III) mpm mepeMernmuBaHWK B TeYeHUE
30 mun. IlosTOMy B mOCIEAyOIINX HKCIIEPUMEHTAX
B KaudecTBe dmioenTta npumenanun HNO; ykazanHbIX
KOHIIEHTPAIINK U 00beMa.

Bakubiv dharTopoM, ompeneasommumM coOpOIroH-
HYIO CII0COOHOCTD, SBJIsI€TCS O0OMEHHAs eMKOCTh COp-
6enra. /ls ee ompenenenus yepes 200 Mmr copbenTa
npomyckanu o 10 mi pacrsopos Fe (III) ¢ konren-

100
80
§60 —e—]III1A-1
& 40 —aTIMD-1
20
0
01 2 3 4 5 6 7 8 9 10 pH

Puc. 6. 3asucumocts crenenu ussnedenus Fe (III) or pH
(roumenrparnus Fe (IIT) — 560 mkr/m, m — 200 ™mr, t =
= 10 mun, T = 25 °C)

Fig. 6. Dependence of Fe (III) recovery on pH (concentra-
tion of Fe (III) — 560 pg/L, m 200 mg, ¢ = 10 min, T =
= 25°C)

copb

sorb

——TIITA-1
—A—TITID-1

0 100 200 300 400 500
Macca HOCHTENH, MT

Puc. 7. 3aBucumocts crenenn ussneuenus Fe (III) or mac-
cbI copbenTa (ycaoBus SKCIIepUMeHTa Te JKe, YTO U Ha puc. 6)

Fig. 7. Dependence of Fe (III) recovery on the amount of fi-
ber (experimental conditions are the same as in Fig. 6)

tparueit 50 — 500 mir/n opu pH 6,0 B Teuenue 2 4.
IIpuBenenubie Ha puc. 8 3aBUCUMOCTH OOMEHHOM
emroctu IIII®-1 m IITTIA-1 or xommeurpamuu Fe
(IIT) mokasanu, 4TO IJIA yKa3aHHBIX COPOEHTOB ee
MakcHUMaJbHble B3HAUYEHHS COCTABAAIOT 15 u
8 Mr-sKB/T cooTBeTcTBEeHHO. Takum 00pasoM, BHOBb
HauboJIee IIEePCIeKTUBHBIM COPOEHTOM JIJIsi BBIIEJIe-
HuA kee3a okasancsa [111P-1.

Pezenepayus copbernmos. Jns ynamenus ©OHOB
JKejie3a ¢ BOJIOKHUCTOTO COpOeHTa IecopOIHio IIpo-

Ta6auna 3. 3aBUCHMOCTh CTEIeHU aecopOIu HOHOB Fe
(ITI) or xoumenTparuu u o6sema HNO,

Table 3. Dependence of Fe (III) desorption degree on the
concentration and volume of elution solution (HNO,)

Konnenrpanus O6nem Crenens pecopbunn
HNOjg, moms/n HNOg, mn Fe (III), %

0,5 5,0 85

0,5 10,0 96

0,5 15,0 98

0,5 20,0 98

0,75 10,0 98

1,0 10,0 98
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copb6enToB ot koumenTparuu Fe (I11)

Fig. 8. Dependence of the statistical exchange capacity of
sorbents on the concentration of Fe (III)
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Puc. 9. 3aBucuMocTh aHATUTHYECKOTO CUTHAIA OT KOHIIEHT-
panuu xeiesa MPHU PasIUIHOM TOKE MUTAHUS JAMIIBI C I10-
JIBIM KaTOIOM

Fig. 9. Dependence of the analyte signal on the iron con-
centration at different supply currents of a hollow cathode
lamp

Bomguau 0,2 M HNO; B Teuenue 1 4. 3aTtem copbeHT
MIPOMBIBAJIN OUIUCTUIIIMPOBAHHON BOIOM 10 MOCTH-
skenusa HedrpanbHoro pH. Ilorpernocts pesynbra-
TOB TPHIKIBI IIOBTOPEHHBIX HKCIIEPHMEHTOB COCTa-
Bua <5 %. Copbent III1®-1 mokasas sydriyio cra-
OMJIBHOCTD M BO3MOKHOCTh IIOBTOPHOI'O HCIIOJIb30Ba-
Huda g nu3siaedenus Fe (I11).

Bausrue nocmoporuux uoros. syaunu Bnus-
HHE Pa3IUYHBbIX KATHOHOB M AHWOHOB HAa COPOIIHIO
Fe (III) ma copbenre ¢ mmmobmausoBanuoit CCK.
IIpemen momycTMMOM KOHIIEHTPAIIMM MEIIAOIINX
WOHOB YCTAHOBWJIM KAK WX KOJHMYECTBO, IIPU KOTO-
poM Bo3MO:kHO m3BiedeHme He MeHee 90 % xenesa
(ycraHOBIIEHHBIE BO3MOKHBIE U30BITKH YKA3AHBI 1a-
jsee B CKoOKax). PesymbprarThl mIOKasajd, 4TO HOHBI
Na* (200), K* (300), NH} (100), Ca?* (50), Mg?*
(50) me OKa3BIBAIOT 3HAYMTEILHOTO BJIMSHHSA Ha
KOHITeHTpHupoBaHue u omupenenenue uounos Fe (III).
IAT0 00BACHSIETCI HU3KOM aICOPOIIMOHHOM CII0co06-
HOCTBIO WJIM MEHBIINEH CKOPOCTHI0 B3aMMOIEHCTBU
vemaonmx uoHoB ¢ CCK. Buagmo, uro mammume
MHOTHUX COIIyTCTBYIOIIIMX HOHOB HE BIHsIET HA HU3-
ieuenue Fe (III) B BeiOpanHbIX yemoBusax (pH =
=2-25,t=25°C; myyps = 200 mr; Vi = 10 ).

cop6
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Puc. 10. SaBrcuMoCTs AHATUTHYECKOIO CHUTHAJIA OT KOH-
[EHTPAIUH TIPHA COPOIIMOHHO-aTOMHO-a6COPOIIMOHHOM OIIpe-
JeJIeHUH sKejiesa i pa3IudHOr0 BpeMEeH! KOHIIEHTPHPOBa-
aua: 1 — 0 mun; 2 — 1 mun; 3 — 5 MmuH; 4 — 7 MuH

Fig. 10. Calibration curves for iron determination by FAAS
at a different preconcentration time: I — 0 min; 2 — 1 min;
3 — 5 min; 4 — 7 min

Buvibop ycnosuit onpedenenus ocenesa memo-
dom ITAAC. llnsa mocTuiKeHHsT BBICOKOIO paspelre-
HHSI AQHAJIUTUYECKOH PE30HAHCHOM JIMHHUH Kejes3a
243,8 HM TIpH ero oIpefeeHuY U3MEHATN IIUPUHY
e MOHOXPOMATOpPa. JKCIEPHUMEHTHI IT0Ka3alH,
YTO IPHU OIPEJIEIEHUH JKele3a B CIOMKHBIX CMECIX
[pH [IMPHHE IIeJH MOHOXpoMaropa 1 HM ITOBBIIIA-
JIach BOCIIPOM3BOAUMOCTD AaHAIUTHIECKOTO CUTHAJIA,
HO TPOSBIISAJIOCH BIAUSHHE MEIIAIOI[UX DIEMEHTOB,
a mipu 6oJiee IITUPOKOM 1€ MOHOXPOMATOPa MOHH-
sKaics Koa(ppUITHEeHT 1yBCTBUTEILHOCTH. B pesyiin-
TaTe BbIOpanu 6osee y3kyro miens 0,2 HM U IpoBenn
KOpPpeKIuio PoHA.

I na onpenenenusd xejxes3a ObLIa BhIOpAaHa rOpio-
yasd CMech aleTuieH — Bo3ayx. lIpu mpumenenun
9TOH CMECH CyIIEeCTBEHHOE BJIMSHHME HA AHAJIUTH-
YeCKHU CHTHAJ OKA3bIBAJIA JUMOHHAS KHUCIOTA, WC-
IOJIB3YIOIAACT B cocTaBe 0ydepHOro pacTBopa JJIst
copOuuu. [/ MOHMKEeHHUs ee BIMAHHUA N00ABIISIN

Wsyuniau Tak:ke 3aBHCHMOCTh AHAJIHUTHYECKOTO
CUTHAJIA JKejie3a OT ero KOHI[EHTPAIINH IPHU PAa3HBIX
3HAYEHHUAX TOKA MUTAHUA JAMIIBI C TIOJIBIM KaTOI0M
B muamnasoue oT 5 1o 15 MA (puc. 9). Bunno, uTo mpu
YBEJIMYEHUH TOKA JIAMIIbI YJIydIlajach BOCIPOU3BO-
IUMOCTH Pe3yJAbTaTOB aHAIW3a, HO IMOHWKAJIACh
4yBCTBUTEJIHHOCTh. B KauecTBe ONTUMAIBHOTO I
ompeelieHus Keje3a ObLI BhIOpaH TOK 12 MA.

XapaKTepHble 3aBHCAMOCTH AHAJTUTHIECKOTO CHI-
Hana or kKommenrtparuu Fe (III) B omruManbHBIX
YCIIOBUAX MPOBEIEHUA aHAIN3a IIPH PA3TUIHOM Bpe-
MeHHU KOHIIEHTPUPOBAHUSA IpuBeaeHbl Ha puc. 10.

Kax Bummo u3 puc. 10, MOBbIIIEHHE BpeMeHU
KOHIIEHTPUPOBAHUS MIPUBOIUT K MIPOMOPIIHOHATb-
HOMY YBEIWYEHHIO yIila HAKIOHA I'PaJLyHUpPOBOUYHOMH
3aBHCHAMOCTH M, COOTBETCTBEHHO, ITOBBIIIIEHUI0 IyB-
CTBUTEIBHOCTH OIIPENETIEHUs jKele3a B PAacTBOpE.
IIpu Gosee maIUTEILHOM KOHIIEHTPHPOBAHUN AHAIIH-
THYECKHH CUTHAJ MaJj0 U3MEHSICH, YTO CTAaI0 OCHO-
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Ta6mauua 4. Pesynbprars! onpenenenus Keme3a B 00pasax Boj COPOIIMOHHO-aTOMHO-a0COPOIIMOHHBIM METOIOM C MCITOIb30Ba-

uueM copbenra [II1P-1 (n = 3; P = 0,95)

Table 4. Results of iron determination in water samples by the sorption-atomic-absorption method using the PPF-1 sorbent

(n=3;P=0.95)

Bomomposoguas Boga

Bona u3 ckBamuub!

Crounas Boga

Bseneno
Fe (IID), Haiigerno Crenensn Haiinerno Crenennb Haiineno Cremnensn
MET/TT sKemesa, WU3BJIEYEHUI Fe (IID), HU3BIEYeHUsT Fe (IID), U3BJIeYeHUA
MEKT/JT Fe (I1D), % MEKT/TT swenesa, % MEKT/TT swenesa, %
0 0,25 £ 0,1 1,0 = 0,14 1,3 +0,3
10,0 10,2 = 0,2 98 £ 1 11,1 = 0,2 98 + 2 11,4 = 0,1 97+ 1
20,0 20,3 = 0,2 99 +1 21,1 £ 0,2 98 £ 1 22,1 0,2 97+ 1

BOM I BBIOOpPA OITHMAIBHOTO BPEMEHH KOHIIeH-
TPUPOBaHUA 7 MUH.

YpaBHeHUEe TPAAyHUPOBOYHOM 3aBUCUMOCTHU [JIS
omnpenenenus kene3a merogom AAC ¢ aromusamuei
B IIJIAMEHH U COPOIIMOHHBIM KOHIIEHTPHUPOBAHHEM
umeer Bux: y = 0,0607x + 0,001 (R2 = 0,989).

Jmamason ompeenseMbIX COAEPKAHUN Kele3a
cocrasisier 0,005 — 4 MKr/vmi, 3HaueHne mpeaena o0o-
Hapy:KEeHHUSA jKejle3a, PACCUNTAHHOE II0 3S-KpUTe-
puio, cocraBmio 0,01 MKI/a, OTHOCHUTENBHOE CTaH-
maptHoe OTKIoHeHWe He mnpesbimano 0,033, dtu
3HAYEHUA SABJIAIOTCI JOCTATOYHBIMU JJIs OIpeee-
Husa cnenoBbix KonudecTB noHOB Fe (II1) B o6bekTax
OKPY:KaIOIei cpebl.

Onpedenenue acene3a 8 peanbHblX 00pPA3YAX
600. PaspaboranHy0 METOIUKY C HCIIOJb30BAHHEM
cop6enra [111D-1 npumeHwIH IJI OIIPEIEIeHUT Ke-
jesa B 00pasiax BOMOIIPOBOIHOM, IIPUPOJHOH U
crogyHOU BOx (Tabi. 4).

W3 Tabm. 4 BUAHO, YTO IOCTUTHYTHIE CTEIEHU
usBiedeHus xemnesa 97 — 99 % 6bUTH JOCTATOYHBIMHA
I OIPeNesIeHHs ero CAeJOBBIX KOJWYECTB B IIPO-
AHAIM3UPOBAHHBIX IIP0O6AX BOMIEI.

3akaroueHue

Ilomumeproe Bomokuo IIIIP-1 ¢ wmmoOwMIH-
30BAHHOM HA €ro II0BEPXHOCTH CyJIb(OCATUIIH-
JIOBOM KHICJIOTOM XOPOIIIO0 3apeKOMEHI0BAIO cebsa B
KadecTBe copbeHTa I IpeIBapUTEILHOTO KOHIIEH-
tpupoBanwus keae3a (II1) ¢ ero mocrenyrommm ompe-
meneaneMm merozom AAC ¢ arommzarnmeir B ILIame-
uu. PaspaboranHas MeToAMKa [aeT BO3MOKHOCTD
ompeneNnaTh HU3KKHe KoHIleHTpanuu uonos Fe (III)
B BOJaX PA3IUYHOTO IIPOUCXOMKACHHUSI C IIPEeLesioM
obuapy:xenus 0,01 mxr/a. [[luanason onpenensieMbIx
comepskannii cocrasasger 0,005 -4 mrr/miu, S, He
npesbimaer 0,033.

JINTEPATYPA (REFERENCES)

1. Campos R. C., Santos H. R., Grinberg P. Determination of
copper, iron, lead and nickel in gasoline by electrothermal atomic
absorption spectrometry using threecomponent solutions / Spec-
trochim. Acta. Part B. 2002. Vol. 57. N 1. P. 15 - 28.

DOI: 10.1016/S0584-8547(01)00362-7

2. Pourreza N., Zavvar Mousavi H. Solid phase preconcentrati-

on of iron as methylthymol blue complex on naphthalene-tetra-

octylammonium bromide adsorbent with subsequent flame ato-

mic absorption determination / Talanta. 2004. Vol. 64. N 1.

P 264 - 267. DOI: 10.1016/j.talanta.2004.02.006

. Pourjavid M. R., Arabieh M., Yousefi S. R., Sehat A. A.
Interference free and fast determination of manganese (II),
iron (IIT) and copper (II) ions in different real samples by flame
atomic absorption spectroscopy after column graphene oxide-
based solid phase extraction / Microchem. J. 2016. Vol. 129.
P 259 - 267. DOI: 10.1016/j.microc.2016.07.008

. Zolotov Yu. A., Tsizin G. 1., Dmitrienko S. G., Morosano-
va E. I. Sorption preconcentration of microcomponents for the
chemical analysis / Rus. Chem. Rev. 2005. Vol. 74. N 1. P 37 -
60. DOI: 10.1070/RC2005v074n01ABEH000845

. Liu Y., Liang P, Guo L. Nanometer titanium dioxide immobi-
lized on silica gel as sorbent for preconcentration of metal ions
prior to their determination by inductively coupled plasma ato-
mic emission spectrometry / Talanta. 2005. Vol. 68. N 1. P. 25 —
30. DOI: 10.1016/j.talanta.2005.04.035

. Roldan P S., Alcantara I. L., Padilha C. C. F.,, Pa-
dilha P. M. Determination of copper, iron, nickel and zinc in ga-
soline by FAAS after sorption and preconcentration on silica
modified with 2-aminotiazole groups / Fuel. 2005. Vol. 84. N 2 —
3. P 305 -309. DOI: 10.1016/j.fuel.2004.08.001

. Ceki¢ S. D., Filik H., Apak R. Use of an o-aminobenzoic
acid-functionalized XAD-4 copolymer resin for the separation
and preconcentration of heavy metal(Il) ions / Anal. Chim.
Acta. 2004. Vol. 505. N 3. P. 15 — 24.
DOI: 10.1016/S0003-2670(03)00211-3

. Dogan C. E., Akecin G. Sorption and Desorption of Lead on
5-Amino-1,3,4-Thiadiazole-2-Thiol Immobilized Silica Gel by
Flame Atomic Absorption Spectrometry (FAAS) / Instrum. Sci.
Technol. 2008. Vol. 36. P. 476 — 492.
DOI: 10.1080/10739140802234907

. Madusmanova N. K., Khalilova L. M., Zhumaeva E. Sh.,

et al. Nitrosonaphthol derivatives as analytical reagents for

cobalt ions / J. Anal. Chem. 2022. Vol. 77. N 1. P 26 - 34.

DOI: 10.1134/51061934822010099

Tewari P. K., Singh A. K. Synthesis, characterization and ap-

plications of pyrocatechol modified amberlite XAD-2 resin for

preconcentration and determination of metal ions in water

samples by flame atomic absorption spectrometry (FAAS) /

Talanta. 2001. Vol. 53. N 4. P. 823 — 833.

DOI: 10.1016/S0039-9140(00)00572-5

Pourreza N., Hoveizavi R. Simultaneous preconcentration of

Cu, Fe and Pb as methylthymol blue complexes on naphthalene

adsorbent and flame atomic absorption determination / Anal.

Chim. Acta. 2005. Vol. 549. N 1 -2. P 124 - 128.

DOI: 10.1016/j.aca.2005.06.037

Akl M. A. A., Kenawy I. M. M., Lasheen R. R. Organically

modified silica gel and flame atomic absorption spectrometry:

employment for separation and preconcentration of nine trace

heavy metals for their determination in natural aqueous sys-

tems / Microchem. J. 2004. Vol. 78. N 2. P. 143 - 156.

DOI: 10.1016/j.microc.2004.03.019

10.

11.

12.



30

«3aBojackada Jaboparopusda. [[maraoctura marepuanaos». 2023. Tom 89. Ne 12

13.

14.

15.

16.

Yebra-Biurrun M. C., Bermejo-Barrera A., Bermejo-Bar-
rera M. P, Barciela-Alonso M. C. Determination of trace
metals in natural waters by flame atomic absorption spectrom-
etry following on-line ion-exchange preconcentration / Anal.
Chim. Acta. 1995. Vol. 303. N 2 - 3. P 341 - 345.

DOI: 10.1016/0003-2670(94)00509-K

Gurnani V,, Singh A. K., Venkataramani B. Cellulose
functionalized with 8-hydroxyquinoline: new method of synthe-
sis and applications as a solid phase extractant in the determi-
nation of metal ions by flame atomic absorption spectrometry /
Anal. Chim. Acta. 2003. V. 485. N 2. P 221 - 232.

DOI: 10.1016/50003-2670(03)00416-1

Narin I., Soylak M., El¢i L., Dogan M. Determination of
trace metal ions by AAS in natural water samples after precon-
centration of pyrocatechol violet complexes on an activated car-
bon column / Talanta. 2000. Vol. 52. N 6. P. 1041 — 1046.

DOI: 10.1016/50039-9140(00)00468-9

Ashirov M. A., Yusupova M. R., Akhmadjanov U. G., et al.
Sulfarsazen-immobilized PPA Matrix as a new efficient analyti-
cal reagent for Hg(II) determination / Anal. Bioanal. Chem.

17.

18.

19.

20.

Res. 2023. Vol. 10. N 2. P 135 - 148.

DOI: 10.22036/ABCR.2022.357823.1817

Bekchanov D., Kawakita H., Mukhamediev M., et al.
Sorption of cobalt (II) and chromium (III) ions to nitrogen- and
sulfur-containing polyampholyte on the basis of polyvinylchlo-
ride. / Polym. Adv. Technol. 2021. Vol. 32. N 7. P. 2700 - 2709.
DOI: 10.1002/pat.5209

Bekchanov D., Mukhamediev M., Lieberzeit P, et al.
Polyvinylchloride-based anion exchanger for efficient removal
of chromium (VI) from aqueous solutions / Polym. Adv. Technol.
2021. Vol. 32. N 10. P. 3995 - 4004. DOI: 10.1002/pat.5403
Madatov U., Rakhimov S., Shahidova D., et al. A new,
green, highly effective procedure for manganese determina-
tion using alizarin-3-methylamino-N, N-diacetic acid immobi-
lised on a polymer matrix / Int. J. Environ. Anal. Chem. 2022.
Vol. 102. DOI: 10.1080/03067319.2022.2154665
Madusmanova N. K., Smanova Z. A., Zhuraev 1. I. Prop-
erties of the new analytical reagent 2-hydroxy-3-nitrosonaphth-
aldehyde / J. Anal. Chem. 2020. Vol. 75. N 1. P. 135 - 139.

DOI: 10.1134/51061934820010104



«3aBoackada maboparopusa. [[marsocruka marepuaiaon». 2023. Tom 89. Ne 12 31

DOI: https://doi.org/10.26896/1028-6861-2023-89-12-31-43

OIIEHKA HAJTEKHOCTHU CYJIEBHO-9KCIIEPTHOM METOJUKH
NAEHTUPNRAITMOHHOT'O UCCJIEJOBAHNUA ABTOMOBHUJ/IBHBIX
BEH3MHOB C UCIIOJIb3OBAHUEM T'A303KHIKOCTHOH
XPOMATOI'PA®UHN

© I'ammaa NUBanoBHa Bebemkol*, I'eopruii I'eoprueBua OmenbaHok1,2,3:4,
Oasra BukropoBua CamoiinoBal, Anexkcanap UBanosud ¥y cosl:3

1 Poccuiicknii (pefiepayibHbIi EHTP CynebHOU sKcmepTussl npu Munucreperse focruiuu Poceuiickoit @epepannu (POI[CI),
Poccus, 109028, Mocksa, XoxmoBckuii nep., 1. 13, crp. 2; *e-mail: 109382@mail.ru

2 Poccuiickuii yHUBEpcUTeT APYKOBI Haponos, Poccus, 117198, Mocksa, yi. Muriyxo-Maxknas, a. 6;
e-mail: g.omelyanyuk@sudexpert.ru

3 MI'TY um. H. 3. Baymana, Poccus, 105005, Mocksa, 2-1 Baymanckas yi., 1. 5, crp. 1; e-mail: a.usov@sudexpert.ru

4 MI'Y umenu M. B. Jlomonocosa, dakynbrer nousoBenenus, Poccus, 119991, Mocksa, Jleaunckue ropsr, 1. 1, crp. 12

Cmamws nocmynuaa 10 cenmsbps 2023 2. Ilocmynunaa nocae dopabomru 16 oxmsbps 2023 2.
Ipunsma k nybaukayuu 25 oxkmaéps 2023 2.

B pamkax cymeGHOI 9KCIepTH3bl HE(ITENPOAYKTOB U TOPI0Ye-CMA309HbIX MATEPHAIIOB IIPEIJIO-
$KEH HOBBIH IOJXO]I K YCTAHOBJIEHUIO MPUHAJIE;KHOCTH aBTOMOOMIFHBIX OEH3HMHOB 00I1IIeMy/pas-
JIUYHOMY HIEHTH(PUKAIIMOHHOMY MHOKeCTBy. Paspaborana Meronuka uueHTHUKANMY OeH3U-
HOB C HCII0JIb30BAHUEM Pe3yJIbTaTOB XPOMATOIPA(IIECKOT0 OIPee/IeHNs KOHTPOIUPYEMBbIX 10~
KasaTeledl W MOCIeyIOel OLIeHKH Pe3yJabTaToB JUIf MOIAPHO CPABHUBAEMbBIX 00PA3IOB II0
YCTAHOBJIEHHbIM KPUTEPHsM. B KadyecTBe KOHTPOIMPYEMBIX IMOKA3ATEJNeH, ONPeNeseMbIX II0
CTaHIAPTHU30BAHHBIM METOMKAM, BhIOPAHBI 3HAYEHUS HCCIIEA0BATEIHCKOTO OKTAHOBOTO YHCIIA
(OYN), roHIeHTpaIHi Py yIiIeBoAopoaoB (mapaduusl, uzonapaduHbl, apeHbl, Ha(TEHBbI,
onedHbI) U OKCHUTe€HATOB. VICIIOMB30BAIH AIMIAPATHO-IIPOTPAMMHBIA KOMILIEKC «XpOMAaTIK-
Kpucramn 5000», Brrogatomui mporpamMmy o6paboTkn ganabix «Xpomarak-DHA». ¥cranosie-
HBI OLIEHOYHBIE KPUTEPUHN WV MPABUIA IPUHATHSA PEIIEHUS 110 BOIIPOCAM, IIOCTABIEHHBIM IIe-
Pell 9KCIepTOM, /JIsS OTHECEeHUs 0EH3MHOB K OHOMY TOBAPHOMY HAMMEHOBAHHIO (POIOBOE MHO-
JKECTBO), OJHOM TEXHOJIOTMH IIPOM3BOJCTBA (IPYIIIIOBOE MHOKECTBO) WJIHM OOIIEMY UCTOYHHKY
IpouCXOsKMeHus (0[JHA TapTUs IPOAYKIINH, pe3epByap xpaHenus u T.11.). Hajemxuocts Meronu-
KM OIIEHUBAJIU [TOCPEICTBOM €€ BAJTU/IAIINH, KOTOPAas COCTOSIIA M3 Tpex aranos. [Ipumensiu Koi-
JIEKITUIO aBTOMOOWIBHBIX 6eH3HMHOB Mapku Au-92, orobpanubix Ha A3C yerbipex HeTAHBIX
KOMIIAHUH B TedeHwe mectu Mecanes 2022 r. B pasnuyubix parionax Mockssr. Ha nepsom srare
WCIIOJIHUTENh AaHAIM3UPOBAT B PA3HOE BPeMs 110 12 allMKBOT KaKI0T0 M3 YeThIpex 06pasuos 6eH-
3uHOB (00pasI(bl, IPUHA/IEKAIINE PaHee 001eMy 00beMy). ¥ CTAHOBJIEHO, YTO TIOKA3ATeIN Ka-
yecrBa npezmiaraemoi merogukn (CKO moBropsieMocTv ¥ BOCIIPOM3BOIUMOCTH, PACIIHPEHHAS
HEOIIPEIeJIEHHOCTh, MPeJIeJIbl TOBTOPIEMOCTH ¥ BOCIIPOM3BOAUMOCTH) I K&KOTO M3 OIpee-
JITEMBIX KOHTPOIIMPYEMBIX IOKA3aTeIeH He MPEBBIIIAI0T IOy CTUMbIX TIOTPEITHOCTEH, YCTAHOB-
JIEHHBIX CTAHIAPTU30BAHHBIMM MeToAvKamu. Ha BTOpOM 3rame SKCIepHMEeHTa HCIIOIHUTEIh
croMOuHUpOBan 12 ncciexyeMbIx 06pasIioB B YeThIpe IPYIIIbI KAXK/0T0 IPOU3BOLUTENI (0gHA
TEXHOJIOTHS IPOM3BOACTBA) IO TPU 00pasiia pasHO# JaThl M3TOTOBIEHHS (PA3HbIE MMAPTHH).
CpaBHI/IBaH pacxoxEaeHuss n3MEepPeHHbIX 3HAYECHUH OHOMMEHHBIX KOHTPOJINPYEMbIX IIOKa3aTe-
JIed Mey mapamMu o0pasiioB BHYTPH IPYIII U PACXOK/IEHIE CPEIHUX MIOKA3aTeIel MeK/Iy napa-
MU TPYIII, UCIIO/THUTEIb BBIABUJL 6eHBI/IHI)I, HM3roTOBJIEHHBbIE II0 OI[HHaKOBOﬁ TEeXHOJIOTUH, a TaK-
ske OEH3WHBI, POM3BEIEHHbBIE 10 OIHOU TEXHOJIOTHUH, HO B pa3Hoe BpeMs (pasiIndHbIe TapTHH),
¥ C BepOATHOCTHIO 95 % GeH3HHbI, UMeoIre 00IIee IIPOUCXOsKIeHre (IPUHAIIIeKAIINe paHee
ob1iemy o0beMy). BbIBOIbI BATMIAIIMOHHOTO UCCIIEOBAHMUS COBIIAIN C UCXOMHBIMU JAHHBIMU 00
00pasuax, 9To CIIy;KUT IIOATBEPKIEHNEM [IPABUIHHOCTH Pa3paboTaHHbIX KPUTEPHEB CPABHEHM.
Ha tperbem sTare (ciemnoe UCIbITAHKE) UCIIOTHUTENH UCCIEA0BAI CeMb 00PasI0B GEH3UHOB He-
HU3BECTHOT0 CoCTaBa: pe3yJjabTaThl CJIEIIOr0 NCIIbITaHUSI 6LIJII/I IIPpU3HAaHbI YIOBJIETBOPUTE/IBHBIMHU.
Taxum 06pasoM, pe3yrIbTaThl BATUAAIMN CBUIETEILCTBYIOT O IPUTOIHOCTH METOIVMKH IS Pe-
LIEHUs Cye0HO-DKCIIEPTHRIX 3a/1a49 HIeHTU(DUKAIINYA aBTOMOOMIBHBIX OEH3HMHOB U O [OCTaTOU-
HOM JIJIs1 PeATH3aI[UH METOUKN KOMIIETEHTHOCTH UCIIOIHUTEJIS.

KaroueBsblie cioBa: aBTOMOOWIBHBIE OEH3WHBL, Ta30/KUIKOCTHAS XpoMarorpadust; obiee/pas-
JIMYHOE UIEHTU(UKAITMOHHOE MHOKECTBO; BATUIAIINS; [TOKA3aTeId KAYeCTBA METOMUKH; OIle-
HO4YHbIE KPUTEPHUH; CIIEI10€ UCIIbITaHue.
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ASSESSING THE RELIABILITY OF THE FORENSIC TECHNIQUE
FOR THE IDENTIFICATION STUDY OF MOTOR GASOLINE

USING GAS-LIQUID CHROMATOGRAPHY
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A new approach to solving the problems of forensic examination of petroleum products, fuels and lubri-
cants associated with establishing whether motor gasoline belongs to a common/different identification
set is proposed. A methodology for the identification of gasoline using quantitative results of chromato-
graphic determination of controlled parameters and subsequent evaluation of the results in pairwise com-
pared samples according to the established criteria. The following parameters were selected as controlled
indicators: values of research octane number (RON), concentrations of hydrocarbon groups (paraffins,
isoparaffins, arenes, naphthenes, olefins) and oxygenates. Their determination was carried out using stan-
dardized methods. We used the hardware and software complex of a Chromatek-Crystal 5000 series, in-
cluding the Chromatek-DHA data processing program. Estimated criteria or decision- making rules re-
garding the issues posed to an expert were determined to classify gasoline under one product name (ge-
neric set), one production technology (group set) or a common source of origin (one production batch, stor-
age tank, etc.). The reliability of the method was assessed using a validation procedure consisted of three
stages. We used a collection of AI-92 motor gasoline, selected at gas stations of four oil companies during
six months of 2022 in various districts of Moscow. At the first stage, the performer analyzed 12 aliquots of
each of four gasoline samples (samples that previously belonged to the common volume) at different times.
It was established that the quality indicators of the proposed methodology (standard deviation of the re-
peatability and reproducibility, expanded uncertainty, limits of the repeatability and reproducibility) for
each of the determined controlled indicators did not exceed the permissible errors established by stan-
dardized methods. At the second stage of the experiment, the performer combined 12 test samples into
four groups from each manufacturer (one production technology) with three samples of different produc-
tion times (different batches). By comparing the discrepancies in the measured values of the same con-
trolled indicators between pairs of samples within groups and the discrepancy in average indicators be-
tween pairs of groups, the contractor identified gasolines manufactured using the same technology; gaso-
lines produced by the same technology, but at different times (different batches) and, with a probability of
95%, gasolines having a common source of origin (previously belonging to a common volume). The conclu-
sions of the validation study matched the original data on the samples, which confirmed the correctness of
the developed comparison criteria. At the third stage (blind test), the performer examined seven gasoline
samples of, information about the composition and properties of which was not provided to him. The re-
sults of the blind test were considered satisfactory. Thus, the validation results indicate the suitability of
the methodology for solving forensic identification problems in relation to motor gasoline and the compe-
tence of the performer sufficient for implementation of the methodology.

Keywords: motor gasoline; gas-liquid chromatography; common/different identification set; validation;
quality indicators of the method; evaluation criteria; blind test.

BBenenune

ABTOMOOUNBHBII OEH3UH — 9TO OEH3WH Jd
IIPUMEHEHUs B IBUTATEIAX HA3eMHOU TexXHUKH [1],
KOTOPBIH MpEeACTaBIAeT COOOH CIOKHYIO CMECh Jier-
KOJIETYYHMX YIJIEBOMOPOIOB, IIOJydaeMyio pasiele-
HHEM ChIPOH He)TH Ha (PPAKIUU U UX KOMIIAYH/IH-
poBanweM B mporiecce mepepaborku. ToBapHBIH
OEeH3WH COCTOMUT M3 COTEH YIJIEBOJAOPOAOB C UHCIOM
atomoB yriaepoaa ot Cs mo Cy3, BRIKAMIAOIINX B Ipe-
menax 30 — 250 °C, K KOTOPBHIM TaKKe MOTYT OBITH
n00aBIeHbl OKCHTEHATHI (CIHUPTHI, MPOCThie 3du-
pbl). UuauBuayansuble yrieBOAOPOABI I WHTEP-
MpeTanyy CcocTaBa IOAPA3AeNdoT HA YCIOBHBIE

dpakuuu uiu rpynnsl: mapaduHbl, U30mapaqUHbL,
HA(TEHBI, 0JIePHUHBI U APOMATUYECKHE YIIIEBOIOPO-
Ibl (apensr) [2].

OmHuM ©3 OCHOBHBIX  OKCIUIyaTAIIMOHHBIX
cBOMCTB OeH3WHA fABJIAETCA OKTAHOBOE YWKCIIO
(OY) — mokazaTeshb, YKa3bIBAIOIIWH IO STATOHHON
[IKaJe MeTOHAIMOHHYI0 CTOMKOCTh ¥ COOTBETCTBYIO-
IIyI0 MapkKy aBToMobuiabHOro 6GemsmHa [1]. s
onpenenenusa OY cyiecTByoOT ABA CTaHAAPTHU30-
BaHHBIX METOJla, OCHOBAHHBIX HA HCIOJIb30BAHUU
YCTAHOBOK, IMUTHPYIOMUX paboTy ABUTaTEIs BHY-
TPEeHHEro CropaHud: MOTOPHBIN [3] u wmccaemoBa-
TenbcKui [4].
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OKTaHOBOE YHCIIO IO HCCIEAOBATENLCKOMY Me-
toxy (OUM) — mokasarenb AeTOHAITMOHHON CTOH-
KOCTH, TIOJIyYeHHBIH IyTeM CPaBHEHUS WHTEHCHUB-
HOCTHU JIETOHAIIUH HUCIBITYEMOTO TOILIMBA C J€TOHA-
el STATOHHBIX TOIUIUB B CTAHAAPTHU30BAHHOM
IBUTATENIe TIPYU CTAHJAPTU30BAHHBIX YCIOBHIX WC-
MBITAHUA.

AnbTEepHATHBOM CTAHIAPTHU30BAHHBIM CIIYIKAT
pacueTHbie MeTonbl [5 — 13], He HcmoMB3yOIHE V3-
KOCIEeIHATIN3UPOBAHHOTO 000PyI0BaHUA U OCHOBAH-
Hble HA MaTeMATHYeCKOM ydeTe Pa3HBbIX CBONCTB
OGeH3MHA, TAKUX KaK COCTaB, CIEKTP IOTJIOIIEHUs,
ITUBIEKTPUYIECKAS IPOHUIIAEMOCTD H JIP.

HedrenepepabarsiBatomiyue mpemnpusaTUs IPO-
M3BOMAT OMHOMMEHHYIO MPOAYKIHI (OeH3WHBI Off-
HOI Mapku, oguHaKoBoro guamnaszona OUYM), ogaako
pasauumMs XUMHUYECKOTO COCTABA WCIIOIb3yeMOro
ChIpbs (HEe(PTH) ¥ MPUMEHSIEeMbIX B IIPOIECce ee Ie-
PepaboTKH TEXHOIOTHIECKUX IIPOIIECCOB (IIPIMOTOH-
Hasa QPaKIusi, KPeKUHT, pU(POPMHUHT U AP.) 00yCcIas-
JIMBAIOT PA3Ivuus GEH3UHOB TI0 COCTABY.

B pamrax yrosoBHOTO CymOIPOH3BOICTBA II€-
PHOIMYECKH BO3HUKAET HEOOXOIHUMOCTb MCCIIEe0BA-
HUSA OEH3WHOB /IS YCTAHOBIEHUS (PAKTHIECKUX
JAHHBIX W OOCTOATEILCTB IO JeIaM O XWINEeHHUX,
danbcuuKaIi, TEPPOPUCTHIECKON eI TETHHOCTH
u np. B pamrax rpaskmaHCKOro Ipoilecca HEPEIKO
MPUXOAUTCH YCTAHABIUBATH CBI3b BBIXOJIA U3 CTPOS
aBTOMOOMILHOM TEXHHUKHM U HCIIOJIB3YEMOTO TOILTH-
Ba, mprobpereHHoro Ha KoHKpeTHOH A3C.

Ina pemienusi cymeOGHO-9KCIIEPTHBIX 3ajad II0
YCTAHOBJIEHUIO TPWHAIJIEKHOCTH HCCIEIyEeMbIX 00-
pasmoB OeH3WHOB O0IEMy/pas3iINdHOMY HIEHTHU-
durarmonnomy muo:xkectsy B POIICO paspaborana
Meronuka «meHTru(uKaInoHHOe HCCIeT0OBAHNE aB-
TOMOOUIBHBIX OEH3WHOB METO/IOM Ta30KUIKOCTHOM
xXpoMarorpaduu ¢ MUCIOIb30BAHUEM ITPOrPAMMHOTIO
obecrneuenns Xpomarar-DHA».

B mpeamaraemoii mMeroguke A7IA XpoMarorpa-
(prrueckoro ompemeneHus KOMITOHEHTHOTO COCTaBa
6ensuna ucnonab3oBanu poccuiickuii I'OCT [14], a
nst onpesienenus pacuernoro OUM — 6Genopyccruii
crargapt [15] (o6a — ¢ mporpaMMHBIM 06€CITeYeHH-
em «Xpomarok-DHA»).

PacueTnbie MeTOmBI OIpemeeHus OKTAHOBOTO
Yucaa, B TOM YHCJIe OCHOBAHHBIE HA PE3yNbTaTax
OTIpeJie/IeHus COCTaBa XPOMATOTPAQUIECKUM METO-
JIOM C TIPOTPAMMHBIM OfOecliedeHrueM MAJis aBToMa-
TH3UPOBAHHOM O0OPAOOTKH MAHHBIX, HE SBISIOTCS
apburpaskabivu B oruorenun OUU. Ilomyuaemsbre
B XOJIle peayns3aliy IpeaiaraeMoil MEeTOAMKHA pac-
gernble 3HaueHnss OUHW ucmonb3yoT HCKIIOUYUTENb-
HO B KaQueCTBe IapaMerpa JJisd CPaBHEeHHSI OEH3MHOB
B OTIIPABHOU TOYKE IIPOIECCA MCCIIeIOBAHMS.

Cywnocms memoduru. Meroguka 3akI04aeTcs
B CPABHUTEJIBHOM HCCIEIOBAHUU 06Pa3IoB GeH3u-
HOB II0 KOHTPOJUPYEMBIM [TOKA3aTeNIIM — 3HAUYEHH-
sav OUU, comepsxannio rpyIin yrieBogopoaos (mmapa-

(unbI, H30IapadUHbI, apeHbl, HA(PTEHbI, 0JIe(DUHbI)
u oKcureHaToB. KoHTpoaupyembIe ToKazaTenan ycra-
HABJIWBAIOT B pe3yjbTaTe KOJIHUYECTBEHHOTO raso-
JKUIKOCTHOTO XPOMATOTpaUIecKOT0 aHAIuW3a, 3a-
KJIIOYAIOIIerocs B pasjaeleHny OeH3WHA Ha KaIlui-
JISPHOM KOJIOHKE C HEIOJIAPHON HEeMOIBMIKHOHN ¢a-
301 B IIOTOKe rejiud C IIOCHeAyIollel perucrpamnyein
MUKOB YIJIEBOJOPOMOB ILIAMEHHO-HOHU3AIMOHHBIM
IEeTeKTOPOM ¥ ABTOMATH3MPOBAHHOM 006pPabOTKOM
MIOJLyI€HHOM WH(OPMAIIHH.

OyeHnounble Kpumepuu ual NPasULC NPUHS-
mus pewernus. llpencraBaeHHbIe IJI HUCCIETOBA-
HUs 00pasiibl 6EH3WHOB CPABHUBAIOT MIOMAPHO; €CIH
00pas1oB 00Jbllle ABYX, TO KAMKIBIA 00pasel] cpas-
HHUBAIOT C KaXKIbIM W3 OCTanbHbIX. CpaBHeHwme
MPOBOAAT ciaeayromuM obpasom. Bruauane o6pasiib
cpaBumBaoT 1o 3uadennio OUYU, xoropoe ykasbI-
BaeT Ha TOBapHOe HanMeHoBaHue OGensuna (Au-80,
Awn-92, Au-95 u 1p.).

Ilo crammaptusoBanHoii MeTonuke [15] rpamu-
kI a6COIFOTHOM TIOTPEIITHOCTH PACUETHOTO OIpee-
meuuss OUU xpomarorpaduyeckum merogom Ax co-
craBagioT +2.0 ex., T.e. JOBEPUTENHHBIH HHTEPBAI
usmepenuit cocrapimsier OUU + 2,0 ex., u emy coot-
BeTcTByeT 95 %-Had noBepUTEIbHAd BEPOATHOCTb.
Eciu moBepurenbHble MHTEPBAIBI HAWIEHHBIX 3HA-
yenuit OUM nepekpbIBaroTcs (MMEIOT XOTS ObI OJHY
00IIyI0 TOYKYy), TO CpaBHHBaeMble 00pasIbl C Be-
posaTHOCTBIO 95 % wWMeT O0IUH NpPU3HAK, B JaH-
HOM CJIy4ae — POIOBO#M (COBIAAOT 110 HAWMEHOBA-
uuiwo). IlepekpriBanre mMeeT MecTo, KOrja MAaKCH-
MasbHOE 3HAYEHWE WJIU BepXHAd IPaHuIla WHTepBa-
Jla 71 OMHOTO 00pasiia > MUHUMAIBHOTO 3HAYECHUS
WM HUKHEH TPaHUIlbl HHTEPBAJIA IS APYTOTO.

YcTaHOBIEHBI CIEAYIONINE KPUTEPUHM CpaBHE-
Hus o 3Havennto OYU:

ecnu guanasonsl  3Havenmin OUYU + 2,0 en.
CpaBHHBAEMOH Maphl 6EH3UHOB HE IMEPEeKPhIBAIOTCH,
TO 00pasubl GEH3WHOB He MMEIOT 00Iel POomOBOM
MPUHAJIEIKHOCTH, W CPABHUTEIBHOE MCCIIEOBAHNE
TaKOH mapbl 6EH3WHOB 3aBEPIIAIOT;

ecniun guanasonsl  3mavenmin OUYU =+ 2,0 en.
CpaBHHBAEeMON Maphbl GEH3UHOB WMMEIOT XOTH ObI
OfHy OOIIyI0 TOUKY (IIepeKphIBAIOTCA), TO 00pAa3IIb
OEH3UHOB UMEIOT O0IIYI0 POIOBYIO0 IIPUHAIIEKHOCTD
u 00pasIfbl, OTHECEHHbIE K OEH3WHAM OJUHAKOBOTO
HANMEHOBAHUS, fajiee CPABHUBAIOT 110 KA4YeCTBEH-
HOMY M KOJIMYECTBEHHOMY COCTABY OKCHUTEHATOB.

Oxcurenatsl — 6e3307bHBIE OpPraHUYECKHE CO-
eIUHEHUsd, COJAepIKallre KUCIOPOX, TaKHe Kak
CIIUPT WK TPOCTON 3(PUpP, KOTOPHIE HUCIIONB3YIOT B
KadectBe M00aBKu K TormmuBy [16]. Texuwueckum
periiaMeHToM TaMOKEHHOro coosa [17] momycka-
ercs MPH IIPOU3BOJCTBE ABTOMOOMIBHBIX OEH3HHOB
WCIIOJIb30BAHWE B KAYECTBE OKTAHOIIOBBIIIAOIIUX
n00aBOK HHBIINX CIHUPTOB (3TAHOJ, W30IPOIAHOI,
n300yTaHOI M JAp.) W TPOCTHIX 3(PHUPOB (METHI-
mpem-6ytunosiii acpup — MTHI; rerpaamunossrit
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acpup — TAMSO u ap.) KAk B BU/le HHIUBUIYATbHBIX
COeMHEeHUM, TaK U B PA3JIUYHBIX COUYeTaHUIX (Ha-
npumep, MTBO + TAMO wnau MTBS + usobyra-
uvoin). [Ipu sTOM MakcuMaabHOE COEpIKAHHE CIUp-
T0B B OensuHe orpanHumyeHo 10 % 006., adupoB —
15 % 00.

Pasuplit KauecTBEHHBIH COCTAB OKCHUTEHATOB B
CpaBHUBAEMbIX OEH3WHAX CBHIETEIBLCTBYET O TOM,
YTO OHUM U3TOTOBJIEHBI 110 PA3TUIHBIM TEXHOIOTHAM,
T.€. HE UMEIOT 0011[e# TPYIIIOBOM MPUHAJIEKHOCTH.

Ilox TexHoMOTHEH TOHUMAIOT HAOOP TEXHOJIOTH-
YEeCKHUX IPOIECCOB MepepaboTKu HeTH, MPOIYKTHI
KOTOPBIX HCIIOAb30BAHBI I MOJYyIYEHUSI KOHEYHOTO
MPOJYKTA — TOBAPHOTO aBTOMOOUIBHOTO OEH3UHA C
3alaHHBIMH TeTOHAIIMOHHBIME cBoMcTBaMu [18].

Hnaa ymobcrBa cpaBHeHHA OEH3WHOB C OJWHA-
KOBBIM KaUYeCTBEHHBIM COCTABOM OKCHTE€HATOB
Bech WHTEPBAJ CoJep:KaHuii oxcureHatoB ot 0 1o
15 % 06. pasmensiOT HA TPU YCIOBHBIE AUAIIA30HA
(% 00.): I — menee 1; II — ot 1 mo 10 BEIOYUTEND-
Ho; III — 6onbIme 10.

Y cTaHOBIEHBI cileaymoniyue KpUTepuu CcCpaBHe-
Hus1 OEH3UHOB I10 COoEepHaHUI0 OKCUTEHATOB:

€CJIN coJlep:KaHre OKCUTEHATOB OJTHHAKOBOTO Ka-
YeCTBEHHOI0 COCTaBa B CPaBHUBAEMBIX OEH3MHAX
OTHOTO HAWMEHOBAHUI HAXOAUTCA B PA3HBIX AMATa-
30HAX KOHIIEHTPAIIUH U IPH TOM PA3HUIIA MEKIY
comep:xanueM OkcureHaToB Gousbine 20 % OTH., TO
OHH M3TOTOBJIEHBI II0 PA3HBIM TEXHOJIOTHAM, T.e. HE
UMEeIOT 00Iedl TPYHIIOBOM HPHUHAMIEKHOCTH; CPaB-
HHUTEJIbHOE WCCIeI0BAaHUE TAKOW NHapbl OEH3WHOB
3aBEpIIA0T;

€CIIU COoJiepKaHre OKCUTeHATOB OJMHAKOBOTO Ka-
YEeCTBEHHOTO COCTaBa B CPaBHUBAeMbIX OeH3MHAX
OZHOTO HAWMEHOBAHUA HAXOAWUTCA B OJHOM [HAala-
30HE KOHIleHTpanui aub6o B obomx oOpasiax ycra-
HOBJIEHO OTCYTCTBHE OKCHUT€HATOB, TO OHH OTHOCAT-
cd K MHOKECTBY OEH3HMHOB OJHOTO HANMEHOBAHUI
(obmras pofoBasg IPHHAMIEKHOCTH), HU3TOTOBIEH-
HBIX C WCIIOJb30BAHHEM OKCHTE€HATOB B COM3MEpPH-
MOM KOJIHYecTBe WiIH 6e3 ux 100aBIeHHU.

YCcTaHOBJIEHHOE CXOACTBO CPABHUBAEMOH TAPBI
OEHB3WHOB TI0 JAHAMA30HY COAEPKAHUSI OKCHUT€HATOB
(B ToM 4mciie 6EH3UHOB, HE COIEP:KAIIUX OKCHUTeHa-
ThI) SIBJISIETCI HEOOXOAWMBIM, HO HE JOCTATOYHBIM
YCJIOBHEM IJIsT OTHECEHUs 00pasIoB K 00IeMy rpyil-
II0BOMY MHOKECTBY (OJHON TEXHOJIOTHH), ITOSTOMY
IIPOBOJAT UX albHellllee CDaBHEHUE.

YcraHOBIEHO, YTO Y OEH3WHOB OHON MapKH, 13-
TOTOBJIEHHBIX OJHUM IIPOU3BOAHUTEIEM (110 OMHOMU
TEXHOJIOTHH), KOJTUIECTBEHHbIE XapPaKTEePUCTHUKHU CO-
cTaBa OJWHAKOBO CTabmibHBI BO Bpemenu. OmHAKO
U1 OEH3WHOB, IMPOM3BEIEHHBIX 0 OMHOMU TEXHOJIO-
UM, HO MPUHAIJIEKAIUX PASHBIM ITapTHAM (H3TO-
TOBJIEHBI B Pa3HOE BpeMd), XapaKTEPHbI PACXOKIe-
HHUA B COMEPKAHUAX I'PYIII YIIEBOAOPOIOB, OKCHUTe-
HATOB M, COOTBETCTBEHHO, B 3Hauennsax OUN.

Ilaprtuss — sT0 M060€ KOIMYIECTBO OEH3WHA OfI-
HOIM MapK{, U3TOTOBJIEHHOTO B X0/[€¢ HEIPEPHIBHOTO
TEXHOJOTHYECKOTO IIPOIIECCA, OTHOPOMHOTO TI0 KOM-
IMOHEHTHOMY COCTaBy U TOKasaTessM Kadectsa [19].

Boeraucnsior pasuocTs Mesxay sHadenusamu OUU
(abc.ex.) u oTHOCUTENBHOE pacxoxknenue (R, % oTH.)
10 APYTUM KOHTPOJIHUPYEMBIM IIOKA3aTeNIsIM 110 Op-
MyJe:

_ 2%y —

R -100, D

X1+ X9

rfie X; U Xy — 3HAYEHHS OJHOUMEHHBIX KOHTPOJIH-
PyeMBIX IIOKA3aTeseldl B CPaBHUBAEMBbIX IIOIIAPHO 00-
pasiax 6EH3MHOB.

s omeHKH pe3ysabTaTOB CPABHEHUA OEH3WHOB
10 3HAYEHHUAM PACXOKIEHHN KOHTPOJIUPYEMBIX ITO-
KasaTellell yCTaHOBJIEHBI CIEAYIOIHe OIleHOYHBIE
KPUTEPUH:

€CJI y CPaBHUBAEMOM apbl 6EH3UHOB CO/lep:Ka-
HHEe OKCHTEeHATOB IIONAJaeT B OJUH YCJIOBHBIH Aua-
[Ma30H KOHIlEHTpanui (mepeKpbIBaeTcs II0 Morpa-
HUYHBIM 3HAYEHUSIM), HO IPH ITOM [JI OJHOUMEH-
HBIX OKCHI'€HATOB U TPYIIII YIVIEBOIOPOIOB 00pasIibl
pasIMJYaroTCcs XOTsS OBbI 110 OJHOMY M3 HUX 6o0jiee ueMm
Ha 20 % oTH., TO 6€H3UHBI U3TOTOBIEHBI II0 PA3HBIM
TEXHOJIOTHUAM, T.e. HE HMEIOT OOIeld T'PYIIIOBOH
MIPUHAJIEKHOCTH;

€CcIu Yy CpaBHUBAEMOH Iapbl OEH3UHOB OIHOTO
HaVMEeHOBAHUA COJep/KaHie OKCUTEHATOB COCTABJIA-
et 6osee 1 % 06., monagaer B OAUH KOHIIEHTPAIIUOH-
HBIA IUAIa30H, a OJHOUMEHHBIE KOHTPOJHPYEMbIe
IIOKA3aTelld, B TOM YHCJIe Coep:KaHne OKCUTeHATOB,
pasnuuarorca meHee ueM Ha 20 % OTH., ¥ 3HAYEHUA
OUYHU < 1, To 6eH3MHbBI U3TOTOBJIEHLI 110 OSUHAKOBOM
TEXHOJIOTUH, T.e. UMEIOT OOIIYI0 T'PYIIIOBYIO IIPH-
HAJJIeKHOCTD.

B cayuasx, Korma COXpaHAIOTCA MEPEeYHCIIeH-
HbIE BBIIIE YCIOBHUA, HO COJEpP/KaHHEe OKCHI€HATOB
cocrasiser MeHee 1 % 00., JOIMycKaeTcs pacxoikie-
HEe TI0 COIEeP:KaHMI0 OKCHTeHATOB 0ONbIle YeM Ha
20 % otH. (BrmoTs 10 100 % OTH.). ITO CBSI3aHO HE C
YMEeHbIIIEHHEM 3HAYHUMOCTH IPU3HAKA (ComepKaHusd
OKCHTeHATa), a C 3aKOHOMEPHBIM yBEJIHYEHUEM II0-
TPEIIHOCTH OIPeNeIeHUd HU3KUX KOHIIEHTPAIIHI,

llanmee 6eH3MHBI CPABHUBAIOT 110 KOHTPOJHPYE-
MBIM ITOKA3aTesAM JJI OTHECeHU K 00II[eMy HUCTOU-
HHUKY IIPOMCXOKIEHU, T.e. K OEH3WHAM, IIPUHAIIe-
JKABIIMM paHee o0iieMy o0beMy (IIPOH3BOICTBEH-
HOI MMapTHUH H/Uau 00beMy, OTPAHHUYEHHOMY pe3ep-
ByapoM XpaHEHWUS/TPAHCIIOPTUPOBKH).

BeusuHb! ABIAIOTCA TOMOT€HHBIMH CHCTEMAMH,
TI0STOMY B pe3yJibTaTe pasaeleHus KaKoro-To o0be-
Ma Ha YaCTH MOCIeIHNe COXPAHIIOT CBOMCTBA IIeJI0-
ro. K rakum cBoiicTBaM OTHOCATCA M 3HAYEHUS KOH-
TPOJIUPYEMBIX TIOKa3aTelel.

Bensunsbl, panee oTHECEHHBIE K OTHOUMEHHBIM
M W3TOTOBJIEHHBIM II0 OJWHAKOBOM TEXHOJIOTHH,
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CPaBHHBAIOT II0 AOBEPUTEIbHBIM WHTEpPBAIAM 3Ha-
YEeHWH KOHTPOIMPYEMbBIX IOKA3aTeIeHd B COOTBETCT-
BUH CO CJIEAYIOIIUMH OIEHOUHBIMY KPUTEPHUIMU:

ecnu y OEH3WHOB, OTHECEHHBIX K OOIIEH TEeXHO-
JIOTUY M3TOTOBJIEHWS, YCTAHOBJIEHBI PA3INYUA XOTS
ObI 10 OJTHOMY TTAPaMETPy COCTABA, MPEBBIIIAIOIIHE
paciiupeHHyI0 HeompeaeneHHocTs +U, T.e. Korma
IOBEpHUTENbHbIE UHTEpPBaibl X = U He mepexphiBa-
FOTCST, TO 9TU 06PA3I[bI U3TOTOBJIEHBI IO OJJHOM TeX-
HOJIOTHH, HO B pasHoe BpeMmsd (pasuble maptuu). Ta-
KHe OeH3WHBI He TPUHAMJIEKATIN paHee o00IEeMy
o0BeMy, T.e. CpaBHHBaeMbie 00pasIbl He UMET 00-
I[€T0 UCTOUHUKA TPOUCXOIKICHUS,;

€ClIM Yy CPABHUBAEMBIX OEH3WHOB, OTHECEHHBIX
K OOIled TEeXHOJOTHU M3TOTOBJICHWS, PA3JIMUYUS B
npenenax x = U mo BceM KOHTPOIHUPYEMbBIM TMOKa-
3aTenAM OTCYTCTBYIOT (OBEPUTEIbHBIE HHTEPBAJIBI
MIEPEKPBIBAIOTCS), TO Takue 00pasibl SBISIOTCS
gacTaMu 00611ero o0bemMa, OrpaHuYeHHOTO MapTHeH
TOTOBOM TMPOIYKIMK W/WIKA pe3epByapoM XpaHe-
HUS/TPAHCIIOPTUPOBKH, T.€. UMEIOT OOI[UH HCTOY-
HUK IIPOUCXOKICHHUS.

JKCIIEPHMEHTAIBLHAA 9aCTh

Obopydosanue u 06paAbOMKA XPOMAMOZPAMM.
Ucnonp3oBanmu mpomieqiinii HOBEPKY ammapar-
HO-TIPOTPAMMHBIH KOMIUIEKC I MEIUIIMHCKUX HC-
cremoBaHui Ha 6a3e ra30KUIKOCTHOTO XpOMAaTOrpa-
da «Xpomarsr-Kpucrama 5000», KoTopblil BRIIIOYA-
€T ra3oBbIi xpoMaTorpad ¢ IIaMeHHO-HOHU3AI[HOH-
ubIM getekTopoM (ITW]l) u KanuaaapHON KOJIOHKOMH
CR-1PONA (100 M X 0,25 mm X 0,5 MEM; ras-HoO-
curenb — renui Mmapru «A» (TY-51-940-80, uucro-
Ta — 99,99 %, comep:xxanue Oy, N, CO, COy — me
6oee 0,0001 % 06. xamxmoro); mosarop (aBToCaM-
wrep) HAM-2M u mepcoHaJIbHBIN KOMIBIOTEP C
nporpammubiM obecrieuenuem (I10) «Xpomarsx Ha-
Burarop», «llanens ynpasnenuns», «Xpomarak AHa-
autuk 3.1» u «Xpomarsk-DHA», paspaboranaHbM
3AO0 CKB «XpomaTok».

IIporpamma «Xpomarsxk Hapuratop» BbIIOTHA-
er (yHkIuu pabouero cToja omeparopa, Ha KOTO-
POM pacIIoyio:KeHbI BCe IPOrpaMMbl, BXOAAIIHAE B CO-
craB makera I110. «Ilamens ympasmenus» mpemHa-
3HAYEeHA I YIPABIEHUA XpoMaTorpa)oM U BCIIO-
MOTaTeNbHBIM 000pyZ0BaHUEM. «XpOMATIK AHamu-
Tk 3.1» obecrmeynBaeT pacyer HOPMATH30BAHHOM
TUTOIIAY TIUKA 0 (PAKTOPY OTKINKA, HAEHTU(UKA-
U0 WHAWBUIYATHHBIX KOMIIOHEHTORB IT0 BPEMEHHU U
JVHEWHBIM UHIEKCAM yIeP:KUBAHUA OJJHOBPEMEHHO.

Ilonyuenue u o6paboTka XpoMaTrorpagpuuecKux
MAHHBIX PETYJIUPYIOTCI METOAOM HHCTPYMEHTA,
KOTOPBIH CO3aeTcs Mg KOHKPETHOM AaHAIWTHIe-
CKOU 33lauM W ABJIAETCA COCTABHOU YACTHIO IIPO-
rpamMMbl «XpoMarsk Anamutug». Merom — 5T0 00b-
ekt (dpaiin), comepsramuil CireAyoIy0 WHPOpPMA-
[IHMIO: YCIOBUS MPOBEIEeHUs aHaau3a (PeKUM XpoMa-

Torpaca); CIHMCOK aHATH3UPYEMbIX KOMIIOHEHTOB U
MX XapaKTepHuCTUKN (HasBaHWe, BpPeMs yepiKuBa-
HUS, KAHAJ JIeTeKTUPOBAHWS, (DYHKIHA OTKIUKA JIe-
TEKTOpa H T.J.); HACTPOHKHU pacdyera XpoMaTorpam-
MBI, OTYETOB M OTHEIbHBIX OIlepanui 00paboTKu
XpPOMAaTOTPaMM.

IIporpamma «Xpomarax-DHA» Ha ocHOBaHuU
MoJaydYeHHod wuHQoOpMAIMH 00 YIJIeBOIOPOIHOM U
OKCHTE€HATHOM COCTaBe OeH3WHA obecrieynBaeT pac-
YeT ero KOMIIOHEHTHOIO WM TIPYIIIIOBOrO COCTaBa, a
TaKKe psafa SKCIUIYATAIMOHHBIX XapaKTEPUCTUK,
B 4mCiI0 KOTOpbIxX BxoauT 3uadenre OUHU. [Iporpam-
Mma Bbigaer «OT4eT» 0 3HAYEHHUSIX KOHTPOIUPYEMBIX
rnokasareneii B Bume Ttabaui «JleranmbHbIA yrie-
BOJOPOJHBIN aHanus», «OxcureHarol» u «OrraHo-
BOE YHCIIO».

Cosmanue U 3aIyCK COIUHEHUS ITPOTPAMMHOTO
obecrieueHna ¢ MpuOOPOM, HACTPOMKA ITapaMeTpoB
pabotel xpomarorpadga, KOHIUIIMOHHMPOBAHHE KO-
JIOHKM ¥ OIIEHKA ee PasIelUTeNbHOU CII0COOHOCTH
(kaTOPOBKA), IIPOBEPKA JIUHEMHOCTH HCIIAPUTEII,
CO3MaHUE PEeKUMa JI03aTopa W JPYyTHe HACTPOMKH
BBIIIOIHAIOT IIPH IIyCKOHAJIA0YHBIX PaboTax B COOT-
BETCTBUH C PYKOBOJCTBOM II0 IIPOBEIEHUI0 XPOMATO-
rpaduaeckoro anamusa [20].

IIpu o00paboTKe MMOJIYyYEHHBIX XPOMATOTPAMM
BBITIOJTHAIOT KOPPEKTHUPOBKY YCIOBHUU U PE3YJib-
TaTOB IO KOMIIBIOTEPHOH mporpamme «XpoMaToK-
DHA». KoHTpoaupyT HPaBHUIBHOCTD HAEHTHUQU-
KaIli¥M IIUKOB M eIuHo0Opasre 00paboTKH XpoMaTo-
rpaMM IIOIApPHO CpaBHUBaeMbIx 00pasifoB. Ilpo-
Ieaypa KOPpPeKTUPOBKH olrcana B pabore [21].

Obpasyvt 045 8aAUOAYUOHHO20 IKCNEPUMEHINA.
Hcnonp3oBaimn 00pasibl aBTOMOOHMIBHBIX OEH3UHOB
Mapku Au-92, orobpanusix Ha A3C ueTsIpex HETS-
HBIX KOMIIQHUH B TedeHue Iiectu mecarneB 2022 r.
B pasnuuHbIX paiionax Mocksbl. Kammpiii obpaserr
OeHsuHa ObLT CHAOMKEH IACIIOPTOM KAYeCTBa.

Bensun orbupanu U3 TOILIMBOPA3IATOYHBIX KO-
mouok A3C B IIACTHKOBBIE KAHUCTPHI BMECTH-
MOCTBIO 5 JI, CIIEIMAJILHO IIpeJHA3HAUYCHHBIE I
TOIUIUB ¥ TEXHUYECKUX ;KuAKocTel. M3 Hux oTbupa-
s 1po06sl mo 'OCT [22] uau 'OCT [23] o6bemom
100 M1 B MapKHUpPOBAaHHYIO €MKOCTb H3 TEMHOTO
cTeria ¢ ABOMHOHN mpobkoii. [Ipober xpanuau B X0-
mogunbHuKe npu Temieparype 4 — 5 °C mo 3asepiiie-
HUS WccaenoBanus. HemocpencrBeHHO mepes uccie-
IOBAHUEM ATWKBOTY HCIBITYeMOro o0pasia Irocie
IOCTHIKEHU KOMHATHON TEMIIEPATYPHI ITEPEHOCUIN
B MapKHPOBAHHYI0 BHALy U IMOMeEIalu B OapabaH
aBToCcamILIepa xpoMarorpada.

B Tab6m. 1 mpemcraBieHbl yKasaHHBbIE B ILIAHE
BaIUANUK 00pAasIbl JJI IEePBOr0 M BTOPOrO 3Ta-
noB. Eite 7 06pasioB mis Tperkero srama (ciemoe
ucrbiTanue) ObUTu yKasaubsl B «lIpoTokose mozro-
TOBKM 06pasiios». MH(opManuo o coctaBe U CBOU-
CTBaxX 9TUX CeMH 00pasIlOB KCIIOJHUTEI0 He IIpe-
IOCTaBJISAIH.
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Codeporcarue 6anudayuoRH020 dKCNEPUMEHMA.
IlepBorit sTanm 3akmOYaIci B MPOBEIEHUN H3MEpe-
HUU A7 OIleHKH II0Ka3aTejeld KadecTBa METOIUKU:
HEOIPENeIeHHOCTH  PEe3yJIbTATOB  OIpeAeeHHs
IPYNIl yII€BOAOPOIOB, OKCUTEHATOB M PaCYETHOTO
snauennsa OUMU uccnenyembix 06pasiioB 6eH3UHOB U
MPEIM3MOHHOCTH METOAUKH TIPU aHaIu3e 00pasIiioB
OEH3WHOB, IPHUHAIJIEKABIINX paHee o0imeMy o0be-
My (00111eMy UCTOYHUKY TIPOUCXOKTECHIIS).

HeompenenenHocTs pesynbTaToB U3MEpEeHUH —
[IOKa3aTellb, XapaKTePU3YIoIUi pasdbpoc 3HAYeHUH,
KOTOpbIE C TOCTATOYHBIM OCHOBAHHEM MOTYT OBITH
MPUMIKCAHBI U3MepseMoi Beauunne. [Ipuvennrens-
HO K JAHHOH METOAWKe HEOIPEeeIeHHOCTh Pe3yib-
TATOB W3MEPEeHHA COCTOUT W3 HEOIPemeeHHOCTH
COOCTBEHHO OIIpeieIeHUs KOMIIOHEHTOB, TaK Kak

rpobormoaroToBka He Tpedyercsa. OmeHka craHmapT-
HOUM HeOIpeIeIEeHHOCTH B JIAHHOM CJIy4ae COBIIaia-
eT C OLIEHKOM! MPeIU3NOHHOCTH METOUKH B I[€TIOM.
IIpennsnoHHOCTS, M3MEpPEHUH — IIOKA3aTelb,
XapaKTePUBYIOIINI 6IU30CTh MEKIY U3MEPEHHBIMH
3HAYEHUSMYU BEJIUYWHBI, IOJyYEHHBLIMH IIPU IIO-
BTOPHBIX UCIBITAHUAX OMHOTO ¥ TOTO K€ WX aHAaJIO-
THYHBIX OOBEKTOB IPHU 3aJaHHBIX YCIOBUAX. Jwc-
JIEHHO TPEITU3UOHHOCTh U3MEPEHUH BBIPAKAIOT Ue-
pe3 craHmapTHOE CpefHEKBaApaTHIECKOe OTKJIOHE-
ure (CKO) moBTOpsieMoCcTH ¥ BOCIIPOM3BOIUMOCTH.
YClIoBUA ITOBTOPAEMOCTH 00ECIEeYHUBAINCH TEM,
YTO UCHOIHUTEb TPOBOIUII ITapaJIIeIbHBIE OIIpee-
menus (n = 2) KOMIOHEHTOB B o0pasiie B TeueHHe
OTHOTO IHA C HCIIOJIL30BAHMEM OJHOTO U TOTO JKe

Ta6mauama 1. O6pasifsl 115 MPOBEIEHNUS BATHJAIIMOHHOTO SKCIIEPUMEHTA

Table 1. Samples for the validation experiment

H Hed 04U no
60Mep e TﬂHaﬂ6KOMHaHHﬂ’ HII3, nara usrorosieHus, HOMEp MAPTHU Ilara u mecto or6opa [acrmopTy
obpasna MapKa OeHsuHa Ka9IecTBa
OOGpasuspl 11 TEPBOTO 3TAIA BATUIAIIANA
1 TAT-uedrts, TANECO-92 AO «TAHEKO», Pecryb6nuka 03.11.22, 92,3
mo CTO 78689379-50-20 Tarapcran, 17.09.22, No 94 Yrpemickuit up., 10/1
2 TasopomuedTs, Au-92-K5 AO «Mockosckuit HII3», 03.11.22, 94,1
mo I'OCT 32513 02.11.22, Ne 640 Jlo6aunckas yi., 12B
3 Pocuedrs, Au-95-K5 AO «Psazanckaa HITK», 03.11.22, 92,0
mo 'OCT 32513 31.10.22, Ne 9494/01 Boaroropaackuii mp., 24/1
4 JIyxoiin, IKTO-92 o 000 «JIyroitn-Huxeropoa-Hedre- 03.11.22, 93,2
CTO Jlykoitn 1.24.1-2016 oprcunTes», 01.11.22, Ne 1144 Boarorpaackuii mp., 39/1
O6pasuspl aJ11 BTOPOro 3TAana BAJXAAAIIAHA
5 Tasnpomuedts, Au-92-K5 AO «Mocxkoscruit HI13», 07.09.22, 94,0
mo I'OCT 32513 04.09.22, Ne 525 I murposckoe 1., 104
6 JIyxoiin, IKTO-92 no 000 «JIyroitn-Huxeropon-Hedre- 03.11.22, 93,2
CTO Jlykoitn 1.24.1-2016 oprcunTes», 01.11.22, Ne 1144 Boarorpaackuii mp., 39/1
7 TAT-medts, TANECO-92 AO «TAHEKO», Pecry6uka 04.10.22, 94,5
o CTO 78689379-50-20 Tarapcran, 06.09.22, Ne 90 Kamupckoe ., 12
8 TaszopomuedTs, Au-95-K5 AO «Mockosckuit HII3», 07.09.22, 94,0
o I'OCT 32513 04.09.22, No 525 Jmvurposckoe 1., 21
9 TasopomuedTs, Au-95-K5 AO «Mockosckuit HII3», 07.10.22, 94,0
mo I'OCT 32513 02.10.22, Ne 579 Karmmupekoe 1., 57
10 Pocuedrs, Au-95-K5 AO «Psazanckaa HITK», 18.06. 22, 04.07.22, 92,0
o 'OCT 32513 Ne 5579/01 Jurysuacros 1., 336
11 Pocuedrrs, Au-95-K5 AO «Psizauckas HITK», 17.07.22, 25.07.22, 92,2
mo I'OCT 32513 Ne 6482/01 JmuTpoBckoe 1., 7T7A
12 Pocuedrs, Au-95-K5 AO «Psazanckaa HITK», 10.09.22, 12.09.22, 92,4
mo I'OCT 32513 Ne 8019/01 IOmurposckoe mr., 107E
13 JIyxoiin, IKTO-92 000 «JIyrottn-Huxeropoa-Hedre- 04.07.22, 92,7
o CTO Jlykoitn 1.24.1-2016 oprcunTes», 01.07.22, Ne 703 IHTY3uaCTOB III., 27
14 JIyroitr, SKTO-92 000 «JIykoin-Hu:xeropon-Hedre- 12.09.22, 92,7
o CTO Jlyroitr 1.24.1-2016 oprcunTes», 05.09.22, Ne 956 Jmurposckoe 1., 104
15 JIyroitr, OKTO-92 000 «Jlykoitn-Humxeropoa-Hedre- 04.10.22, 92,8
o CTO Jlykoitn 1.24.1-2016 oprcunTes», 02.10.22, Ne 1039 Kamupckoe 1., 65
16 TasopomuedTs, Au-92-K5 AO «Mockosckuit HII3», 03.11.22, 94,1

mo I'OCT 32513

02.11.22, Ne 640

CopmoBcrwuii op., 9
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mpubopa, yCIOBUA BOCIPOU3BOJUMOCTH — TEM, UTO
aHaJIU3 BBIMTOJIHSIIN B PA3HbIe JHH.

O1eHuTD NPaBUIABLHOCTh METOIUKH, T.€. OIpee-
JIUTh 3HAYUMOCTH CMEIIEHUS MPHU HU3MEPEeHHUSIX II0
JMAHHOU METOMWKEe, HEBO3MOKHO, TAK KAK IIOAXOJII-
UH CTAHAAPTHBIN 00paserl Iy yCTAHOBJIEHUS Ta-
KOTO IT0Ka3aTelsi OTCyTCTBYET.

Bropoit sran 3akmiouanca B TOATBEP:KIEHUH
MPABUJILHOCTH OIEHOYHBIX KPUTEPUEB CPABHEHUS
HCCIIeIlyeMbIX OGEH3WHOB B I[EMAX YCTAHOBIICHUS
MPUTOXHOCTH METOAMKH JIJIS BbIZIeIeHUsI OEH3UHOB B
ob1rue uaeHTU(UKAIIMOHHbIE MHOKECTBA, cOPMHU-
POBAHHbBIE IO MPHU3HAKAM OOIIEHd TEXHOJOTUH IIPO-
W3BOJICTBA W/WJIH IPUHAJIEIKHOCTH K 0011[eMy 00be-
My (OHOM TAPTUH TOTOBOM MPOIYKITHH).

Tperwmit sram 3axaoYaNca B BBITOJTHEHUHU CIIe-
[IOTO WCIBITAHUSA 10 YCTAHOBIEHHUIO TTPUHAIIEKHO-
cTu 00pasioB GEH3MHOB HEM3BECTHOTO IIPOUCXOKIE-
HHUA OOIIeMy/pasIndyHOMYy HIEHTH(PUKAITHOHHOMY
MHO’KECTBY B I[€JISIX OIIEHKH IIPUTOHOCTH METOTUKH
IUIsT pereHus CymeOHO-9KCIIEPTHRIX 3a1ad U TOJ-
TBEPIKIeHNU KOMIIETEHTHOCTH OTIepaTopa.

Bonee Toumoit cumTaeTcs OIeHKA HAIEKHOCTH
METOIUKN U KOMIIETEHTHOCTH JKCIIepTa II0 pesyib-
TaTaM aHAINU3a P06 HEM3BECTHBIX MPOUCXOMKIEHUS
u cocrasa. [1071e3HOCTH CIIETIBIX UCIBITAHUN U HE0b-
XOIUMOCTD WX IIMPOKOTO BHEIPEHUS OTMEYEHBI BO
MHOTHX IMyOaukanuax [24 — 27].

O6cy:xaenue pe3yabTaTOB

Ha xammom u3 5TamoB w3aMepeHUs TPOBOIUII
OJMH HCIOJHUTENb C WCIONH30BAHHEM OMHOTO U
TOTO 3Ke 000pyIOBaHUS: HA IEPBOM dTare — B Tede-
uue 24, Bropom — 6, TperbeM — 4 paboyux IHEL.
B xamap1il u3 qHEH HUCIIOJIHUTENb IIPOBOIMII IBA OII-
peneneHusa g OMHOTO M TOTO K€ WM PasHBbIX 00-
pasmoB. OnHO OIHOBpPEMEHHOE OIpeJeIeHne BCEX
KOHTPOJIMPYEMBIX IIOKa3aTeel 3aHuMano 2,5 — 3 4.

Ha mepBom srame uCIOTHUTENE OMPEIENsa Co-
cras 12 mpob Kaskmoro us o0pasios 6eHsuHOB 1, 2, 3
u 4 (cm. Tabsm. 1). [Ipo6s1 mpexcrasisiu cob0 aauK-
BOTBI, OTOOPAHHBIE B PAa3HOE BpeMs M3 OHOH eMKO-
cru. Takum obpasom, 66LI0 IPOBeIeHO Mo 12 orpe-
IeJIeHUH U3 OJHOT0 00beMa Kakaoro oopasiia.

Hcnonp3yst pekoMeHgaInu, MpeaCcTaBIeHHbIE B
pabote [28], UCTIOMHUTENH PACCIUTATI CTATHUCTUIE-
CKMe IoKa3aTeT! KauecTBa METOJUKH. 3a IMoKa3aTe-
M KAYeCcTBAa METOJUKH M3 YeThIpeX 3HAYEHU, Io-
JyJeHHBIX [JA KaJKIOr0 HCCIefOBAHHOTO 00pasia,
npuHEManu Makcumanbabie sHadenus CKO mosro-
paemoctu (S,), CKO Bocnpouszsogumoctu (Sg), pac-
mnpeHHou Heonpenenernunoctu (U), a Takxke mpeje-
JIOB IIOBTOPSIEMOCTH I" ¥ BOCHPOU3BoguMocTH K.

g cpaBHEHUs €O CTAaHIAPTHU30BAHHOM METO M-
Koii [14] ycraHOBIEHHBIE IIOKA3aTeNW KadecTBa
ObBLIM CTPYIIMPOBAHBI [0 TPEM UAMA30HAM KOH-
[EHTpAIUi YIIeBOJ0POIOB U OKCUTeHATOB (Tabi. 2).

Ta6auma 2. IToxasarenu kauecrsa meroguku o 'OCT 52714 [14] u ycraHOBI€HHBIE B X0/I€ BATUIAIINH IJIS PA3HBIX JUAIA30-

HOB I{OHHeHTpaHI/Iﬁ TPYIIII YyIJIeBOAOPOAOB XU OKCUI'€HATOB

Table 2. Quality indicators of the technique according to GOST 52714 [14] and those established during validation for diffe-
rent concentration ranges of hydrocarbon groups and oxygenates

Xapare- Juanazon } I'OCT 52714-2018 Meronuxa
pucTHKa KOHHZZIE%?HHH’ Boiggolj:[cc?: ;%};clzil?;?;oﬁ Tlapacdunusr Usonapadumst Apensr Hadrenn:t Omnedunnr Oxcurenarst
S, Jo 1 Bxmu.* 0,04 — — — — — 0,002
Cs. 1 go 10** 0,14 0,05 — — 0,1 0,1 0,006
Or 10 0,4 0,11 0,1 0,15 0,1 0,1 0,02
r o 1 B 0,1 — — — — — 0,01
Ce. 11010 0,4 0,15 — — 0,3 0,1 0,02
Ot 10 1,2 0,3 0,3 0,6 0,3 0,2 0,05
Sk o 1 BrI. 0,1 — — — — — 0,01
Ce. 1m0 10 0,3 0,3 — — 0,15 0,1 0,015
Or 10 0,6 0,2 0,15 0,4 0,15 0,2 0,02
R o 1 B 0,3 — — — — — 0,023
Ce. 1m0 10 0,8 0,7 — — 0,4 0,1 0,04
Or 10 1,6 0,5 0,4 1,0 0,4 0,5 0,05
U o 1 B 0,2 — — — — — 0,02
Ce. 11010 0,6 0,5 — — 0,3 0,1 0,03
Or 10 1,2 0,4 0,3 0,8 0,3 0,4 0,04

* 3HAUeHNA KOHIIEHTPAIUH OIIPeIeIAeMbIX IPYIIII YIJIEBOLOPOLOB He MOTYT ObITH MeHbIIe 1 % 06.
** 3HaYeHM KOHIIEHTPAIUH H30IapaduHOB U apeHOB He MOTyT ObITh MeHbIe 10 % 06.
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Ilokasarenu kagecTBa METOMUKH IJIs OIPEIEICHUS
suauennit OUM nmpuseznens: B Tadi. 3.

W3 gamnbix Tabi. 2 U 3 BUAHO, 4YTO BCe IIOKAa3a-
TeJIN KauecTBa, yCTAHOBJIEHHbIE B IIPOIlecce BaIua-
MY METOIUKH, MEHBIIIE WA COBIIAMAIOT C [OIYyCTH-
MBIMHU TTOTPEITHOCTSME CTAHIAPTH30BAHHBIX METO-
IIUK.

ITO MO3BOJIAET CAEJIATH BHIBOJ O TOM, YTO BAJIH-
aupyeMas MeTOoAuKa 00eCreYrBaeT IMIPeIru3nuoH-
HOCTb, T.€. TI03BOJISIET C MPUEMJIEMON HeOoIpeeeH-
HOCTBIO U JIOBEPUTEIBbHON BepoATHOCTHIO 95 % om-
penenaTh KOHTPOJIUPyeMble MOKA3aTelu Ijid o6pas-
1I0B OEH3WHOB, MPUHAMIEKABIINX paHee O0IeMy
o0BeMy (00II[EMY HCTOYHUKY IPOUCXOKIEHUA).

ITocrombKy paciupeHHas HEOIPeneIeHHOCTh
(haxTHUecKkH coOBIAMAET C yIBOGHHOM CTAHIAPTHOM
CPeIHEeKBAIPATHYECKOHN TIOTPEIITHOCThIO, TO TOBEPH-
TEIBHOMY WHTEPBAILY PEe3yJIbTATOB HW3MEPEeHUH
x = U coorBercrByer 95 %-Hasg MOBepUTEIbHAA Be-
poaTHOCTb [29].

Ha BropoMm sTare ¢ yueToM CBEIEHHU O IIPOUCXO-
JKIeHUY 00pasI[0B UCIIOJHUTENIb pasaenmi 12 obpas-
II0B, YKa3aHHBIX B Ta0/. 1 ¥ He MCCIeTOBAHHBIX HA
IIepBOM dTare JKCIEePHMEHTAa, HA YeThIpe TPYIIIbI
M0 TIPUHAMIEKHOCTH PA3SHBIM IIPOU3BOIUTEIIM
(pasHble TexHOJOruM). Kamaplii mpomsBomuUTENb
MpEeJCTaBJIeH TpeMs oOpasiaMu OeH3HHA, H3TOTOB-
JIGHHOTO B pasHoe BpeMs (pasHbIe MapTHH).

B rpynmy Ne 1 Bouwtu o6pasiiet 5, 6, 7; B rpymimmy
Ne 2 — obpasibr 8, 9, 16; B rpymmmy Ne 3 — o6pasibl
10, 11, 12; B rpymmy Ne 4 — o6pasusr 13, 14, 15.

Jl1s1 pertieHuss BOIpoca, OTHOCSATCS JIH OEH3UHEI,
M3TOTOBJIEHHBIE B PA3HOE BpeMsl OJHUM IIPOU3BOIH-
TesmeM (pasHble MapPTHH), K OAHONU TEXHOJIOTHUHU, WC-
MOJTHUTEJH TIPOBEJ IIOAapHOEe CpaBHEHHE 06pasIioB
OeH3WHOB BHYTPH KamOW mM3 yeTbIipex rpymm. Ha-
puMep, B IEPBOU TPyIIle CPaBHUI 06pasibl 5/6,
5/7 u 6/7. Jlna kammoi rpynmbl 00pasiioB HCIIOIHH-
TeJlb PACCYUTANl OTHOCHUTENIbHOEe pacxo:xmenue (R,
% OTH.) MEKIY OMHOUMEHHBIMU KOHTPOIUPYEMBIMU
MMOKA3aTeNIMU W TPEJCTABUJ IOJyJYeHHbIe 3HAYe-
Hus R B COOTBETCTBYIOIUX TabIHIAX.

Pesynbrarsl cpaBHEHWI BHYTPH TPYIILL:

B Oemsunax w3 rpymn Nel (comep:kar 15—
10 % 06. oxcurenaToB) u Ne 2 (comep:xar 10 — 1 % 06.
OKCHUTEHATOB) PACXOJKIEHHE I10 BCEM KOHTPOJIUPY-
eMbIM ITOKA3aTeNsaM, B TOM YHCJIE, [0 COMEPIKAHUIO

Tao6auma 3. Ilokasarenu KadecTBa METOIHKH AJIA 3HAYe-
aut OUHU mo CTB 1276-2001 [15] u ycraHOBIEHHbBIE B X0/1€
BaIUJALIAN

Table 3. Quality indicators of the technique for RON valu-
es according to STB 1276-2001 [15] and determined during
validation

OUH, ex. S, Sk
CTB 1276-2001 0,2 0,4 +2,0
Meroguka 0,15 0,4 +0,8

okcurenaroB, coctaBuiu <20 % oTH., a 3HAYEHHUIT
OUYMU ue pasauyanuch 60jiee yeM Ha ONHY €IUHUILY.
CremoBaTenbHO, HECMOTPA HA PA3HOE BPEMA H3TO-
ToB/IeHUA (IPUHAMIEKHOCTh PA3HBIM IIAPTHUIM),
6ensuubl B rpymnax Ne 1 v 2 ©3roTOBIEHBI IO OHOMK
TEXHOJIOTUH, YTO COBIIAZAET C JAaHHBIMH 00 obpas-
11ax, IpeaCTaBIeHHbIMA B TaoI. 1.

B rpynmax OGemsumoB Ne3d m 4 (comep:kar
<1 % 006. OKCHTreHaTOB) PACXO:KICHHUA IO BCEM KOH-
TPOSIHUPYyEeMbIM HOKa3aTenaM cocraBuiu <20 % oTH.,
u sHavenws OUYM me pasmumuanuch Goiee yeM Ha
onHy enuHUIly. PacxommeHus mo coaep:Kanuio OKCH-
reHaToB Me:xny OeHsuHaMu B rpymme Ne 3 mocrura-
au 51 % 06., a B rpymnme Ne 4 — 97 % 06. ITo mormyc-
THUMO IIPH COAEPIKAHUN OKCHI€HATOB B [HAIa30HE
roureaTpanui <1 % 06. CiaegoBaTenbHO, HECMOTPS
Ha pasHoe BpeMs H3TOTOBJIEHUS (IPUHAMIEKHOCTD
PasHBIM MMapTusaM), 6eHsuHbI B rpymnmax Ne 3 u 4 us-
TOTOBJIEHBI II0 OI[HOﬁ TEXHOJIOTHH, YTO COBIIaZaeT C
IaHHBIME 00 o6pasmax B Tabi. 1.

[l pereHus BOIpoca, OTHOCITCS JId OCH3HUHBI
PasHbBIX TPYIII K OJHOU MM PA3HBIM TEXHOJOTHIM,
WICIIOJTHUTENh BBIUUCIAT CpefiHee 3HAUeHNe KOHTPO-
JIUPyeMbIX IIOKa3aTeaeld BHYTPH KaKIOH IPYIIIBI X,
¥ OIIEHHUBAJ PACXOMKICHHSI MEKAy TPyIIIaMu, pac-
CUMTBIBAA OTHOCHUTENIbHOE pacxoxxmenue (R, % orH.)
Mexay CpeofHUMH 3SHa4YeHUAMUH KOHTPOJ/IUPYEMbIX
IoKasareyiiell B IOMAPHO CPaBHHBaeMbIX ob6pasiax
OEeH3WHOB M3 pasHbIX rpymi mo gopmyae (1), rme x;
U X9 — CPeIHHEe 3HAYECHUA KOHTPOJHPYEMbIX ITOKa-
3arenedl B CPABHUBAEMBIX IIOMAPHO TPyInax 6eH3u-
HOB. PesymbraTbl CcpaBHEHHH MeEKAy TIpyIIIamMu
MpecTaBaeHbl B TabII. 4.

Hauubie Taba. 4 MOKA3BIBAIOT, YTO OEH3UHBI,
OUYH xoTopbIX COBIIAAAIOT B IIpeaesax +2 ex., pas-
JIMYAIOTCSA TI0 OMHOMY WU O0Jiee ITOKa3aTesaM yrie-
BomOpoaHOro cocraea 6osee uem Ha 20 % otH. Cie-
JIOBATEIHLHO, OHU M3TOTOBJIEHBI [0 PA3HBIM TEXHOJIO-
UM, 9YTO COBIIAZAeT C JAHHBIMEH 00 o0pasiax B
Tabi. 1.

Jlns pelrenns Bompoca, SBJISIOTCS U OEH3UHEI,
HU3rO0TOBJIEHHBIE II0 OI[HOﬁ TEeXHOJIOTUH, 9YaCTAMHN 06-
1ero o0beMa, T.e. UMEIOT JI OOIIMH HCTOYHUK IIPO-
WCXOKIEHUs, UCIIOJHUTEIb IIPOBEJI MOMapHoe CPaB-
HeHue 00pasIoB OEH3NHOB BHYTPH KaKI0H U3 YeThI-
Pex TPYIII IT0 KOHTPOJIUPYEMBIM ITOKA3ATEIAM C yUe-
TOM UX 3HAUYEHHH PaCIIHPEHHON HEeOIPeaeIeHHOCTH
x = U. Pesynprars! 6bLIH IpEeACTaBIEHbI B COOTBET-
CTBYIOIIUX TAOIHIAX.

CpaBHenus TabIMYHBIX JAHHBIX ITOKA3AJIH, YTO
C y4YeTOM OOBEPHUTE/IbHBIX HWHTEPBAJIO0B 6eH31/IHbI
BHYTPH KaiKJI0M U3 TPYHII HMEIOT Pa3Iudus MeKIy
€000Ii 110 ofHOMY M 00Jiee M3 KOHTPOJIHUPYEMbIX I10-
rasareneii. CiemoBaTenbHO, B KAKIOW U3 TPy 00-
pasIoB 6EH3WHBI, U3TOTOBJIEHHBIE II0 OAHOM TEXHO-
JIOTHH, He ABISIOTCI Y4acTIMM O0Iero oobema, T.e.
MIPUHAJJIEIKAT PA3HbIM HAPTHIM OJHOMMEHHOM IIPO-
IYKIIMH, KaK ¥ yKasaHo B Tabir. 1.
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Takum 06paszoMm, MOIXyUeHHBIE PeE3ynbTAThHl HA
BTOPOM 3Tale MOATBEP:KAAI0T MPABUIBHOCTH OIle-
HOYHBIX KPUTEPHUEB WM HANEKHOCTh MTPABUI
MNPUHATHAA PELIeHUH, KOTOPhIe IMO3BOJAIOT BBISB-
AATh OEH3WHBI, «M3TOTOBJIEHHBIE II0 OJUHAKOBOM
TEXHOJIOTHY, GEH3WHBI, MPOU3BEIEHHbIE II0 OIHOMN
TEXHOJIOTHH, HO TPUHAIJIE;KABIINE PA3IMIHBIM TIap-
THSIM WIM Pe3epByapaM XpaHEeHHs/TPAHCIIOPTHPOB-
KU, U OEH3WHBI, IPUHAJICKABIINE pPaHee O00IIeMy
o0BeMy».

[na Tperhero srama HCHOIHUTENO OBLIH IIpe-
JOCTABJIEHBI HEU3BECTHBIE eMy 00pasI(bl 6EH3UHOB B
CceMH EMEKOCTSX, MMeIux obosHaueHus X-1, X-2,
X-3, X-4,X-5, X-6, X-17.

Ilepen wcmomuuTENEM CTOSI BOIPOC O MPHUHAT-
JIESKHOCTH IIPeJICTaBIeHHbBIX 00pas3IoB OEH3UHOB 00-
1eMy HIeHTH(PUKAITMOHHOMY MHOKeCTBY (00Iemy
poxy, obiei rpymire, o0ieMy HCTOYHUKY IIPOHCXO-
SKIEHU).

Pesynbrater  xpomartorpadgudueckoro aHamtmsa
06pAasIoB IIpeCTaBIeHbI B TA0I. 5.

Cpasnenue ben3urnos no snavernuio O4YH. Kax
BUAHO u3 Tabiu. 5, nuanasonsl 3Havenuit OUU Beex
HCIIBITYEeMbIX OEH3UHOB MEPEKPLIBAIOTCI MEKIY CO-
60ii: Bce 3HAUEHWS TOMANAI0T B OIUH JOBEPUTEIH-
HBIA WHTepBaJ, KOTOPBIA cocraBisgeT 91,3 * 2 en.
Takve GeH3WHBI TPUHAMIEKAT MHOXKECTBY OEH3H-
HOB OJ{HOTO HAWMEHOBAHHUS — TOBAPHOMY OEH3UHY

Au-92 [1], T.e. 00pasibl UMEIOT OOIIYI0 POIOBYIO
MIPUHAJIEKHOCTb.

Cpasrernue 0OeH3UHO8 NO COO0CPHCAHUI OKCU-
2zenamos. Kak BumHOo m3 Tabmi. 5, MO COMEPIKAHHUIO
OKCHTE€HATOB HCIBITyeMble OEH3WHBI Pa3/IeIUINCh
Ha [Be TpynmbL: rpymnma A — obpasmper X-1, X-2, X-3,
cojiep:KaHne OKCUTeHATOB B KOTOPBIX COCTABIISIET OT
1 1o 10 % 06.; rpyuna B — o6pasuer X-4, X-5, X-6,
X-7, koTopsle comep:xat MmeHee 1 % 06. OKCUTreHaTOB.

Oo6pasipl Kamxmon w3 rpynad A u B umeror 06-
IIyI0 POIOBYIO NMPHUHAJIEKHOCTb, & UMEHHO, OTHO-
cATCI K MHOKECTBY OEH3MHOB OJHOTO HAWMEHOBA-
HUSs, U3TOTOBJIEHHBIX C KCIIOJIB30BAHUEM OKCHUTEHA-
TOB B COU3MEPHUMBIX KOJTUIECTBAX.

Cpasnernue 6en3unos 045 ycmamnosaeHUs 00-
Weil/pasauunol  zpynnogoil.  NPUHAOAEHCHOCMIL.
HcnomauTenb BBIMUCIAN OTHOCUTEIHLHOE PACXOIKIe-
uue (R, % OTH.) MeXIy 3HAYEHUIMHU OJHOUMEHHBIX
KOHTPOJHUPYEMBIX TIOKA3aTejiedl B MOMAPHO CPABHU-
BaeMbIX 0OEH3MHAX B Ka:KIOU IPYIIIE W MEKILY TPyI-
mamu (Tabim. 6).

Ilo pmamabIM  TabI. 6
BBIBOJIBI:

6ersuubl X-1, X-2, X-3 He UMEIOT pas3Ivdvi B
mpeqenax yCTAHOBIEHHBIX orpanumuenudt (<20 %
OTH.) HU 110 OJJTHOMY U3 IIapaMeTPOB, CIeI0BaATEIbHO,
OHU M3TOTOBJIEHBI [10 OMHOM TEXHOJIOTUH, T.€. HMEIOT
00IIy!0 TPYIIIOBYIO MPHHAIIEKHOCTh. bernsun X-3,

cleJaHbl  CIAEIyIOIIHe

Ta6auma 4. Pacxoxnenus (R, % OTH.) MKy CPEIHUMH 3HAYEHUIMHU COAEPKAHUN OJHOMMEHHBIX TPYIII YIJIEBOIOPOI0B B II0-

IapHO CPAaBHUBAEMBIX IPYyIIIax OEH3UHOB

Table 4. Discrepancies (R, % rel.) between the average values of the contents in same hydrocarbon groups in pairwise compa-

red groups of gasoline

Howmepa cpaBHIBaeMbIx rpymn

u suavtermast OUM (e1.) B KAIOH 13 HIX ITapadunst W3zonapadunsr Apensbr Hadrenst Onedunbr
1/2 89,7 -93,7/90,2 — 94,2 11 13 25 12 65
1/3 89,7 - 93,7/89,0 — 93,0 22 23 25 89 7
1/4 89,7 -93,7/87,5 - 91,5 10 14 26 48 40
2/3 90,2 - 94,2/89,0 — 93,0 11 37 0,6 79 71
2/4 90,2 — 94,2/ 87,5 - 91,5 21 27 0,8 37 26
3/4 89,0 - 93,0/87,5 - 91,5 31 10 14 45 47

Ta6muma 5. Pesynprarsr xpoMmaTorpaguyeckoro anaimsa 06pasnos 6EH3HHOB HEU3BECTHOIO COCTABA B CJIETIOM HCIIbITAHUU

Table 5. Results of chromatographic analysis of gasolines in the blind test

KoHnenrparuu rpymmn yrieBogopoioB U OKCUTeHATOB, % 00.

O6pasern; O4n, en.
ITapaduubt Hzonapadunbt Apensr Hadyrenst Omnedunbt OxcureHaTsI
X-1 92,5 9,78 32,31 29,90 10,33 15,39 1,77
X-2 92,7 9,86 32,50 29,70 10,19 15,52 1,79
X-3 92,1 9,25 33,85 29,83 10,68 14,03 1,78
X-4 90,5 10,98 46,60 29,19 4,60 7,88 0,49
X-5 90,5 11,04 46,50 29,30 4,61 7,89 0,49
X-6 91,1 10,99 48,74 28,02 4,32 7,41 0,29
X-7 89,4 8,89 42,57 28,68 6,98 12,21 0,30
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Ta6auna 6. Pacxoxnenns (R) Mexay 0OZHOMMEHHBIMA KOHTPOJIHNPYEMBIMH [TOKA3aTeSIMHU B IIONAPHO CPABHUBAEMbIX OEH3UHAX

BHyTpH rpynn A u B u mexny auMu

Table 6. Discrepancies (R) between the same controlled indicators in pairwise compared gasolines within groups A and B and

between them

KonTponupyembie mokasarenu

unff;);;:;lmﬂ OUHL ex Conep:xanue, % 00.
T ITapadunsr Hsonapaduusr Apensbt Hadrenst Omnecunbr
CpaBHeHHe 6€H3WHOB BHYTPH I'PyIIIbI A
X-1/X-2 0,2 0,8 0,6 0,7 14 0,8
X-1/X-3 0,4 5,6 4,5 0,2 3,3 9,2
X-2/X-3 0,6 6,4 4,1 0,4 4,7 10,01
CpaBHeHHne 6€eH3HMHOB BHyTpH rpynnsi b
X-4/X-5 0,0 0,5 0,2 0,4 0,2 0,1
X-4/X-6 0,7 0,1 4,6 4,0 6,3 6,2
X-4/X-7 1,2 21 9,0 1,8 41 43
X-5/X-6 0,7 0,5 4,7 45 6,5 6,3
X-5/X-7 1,2 21,6 8,8 2,1 40 43
X-6/X-7 1,9 21,1 13,5 2,3 47 49
CpaBHeHue 6eH3HHOB MesxkAy rpynnamu A (o6pasen X-3) u b (o6pasus! X-4, X-5, X-6, X-7)
X-3/X-4 1,8 17 32 2,2 80 56
X-3/X-5 1,8 17,6 31 1,8 79 57
X-3/X-6 1,1 17,2 36 6,3 85 62
X-3/X-7 2,7 3,9 22,8 3,9 42 13

ABJIAIONIUNCA THUIIUYHBIM IIPEJICTABUTENIEM DTOU
rpymibl, u 6ensunb! X-4, X-5, X-6, X-7 pasnuuarcs
10 KOJMYECTBEHHBIM XapaKTEePHUCTHUKAM YIJIE€BOJO-
POIHOrO TPYIIOBOro cocraBa Gosmee uem Ha 20 %
OTH. XOTs OBI IT0 IBYM IIOKA3aTeJIsIM, a 110 3HAYeHHUIO
OYH — 6omee uem Ha 1 ef., caemoBaTelIbHO, OHUA H3-
TOTOBJIEHBI TI0 Pa3HBIM TEXHOJOTHAM W HE HMEIOT
00II1er0 UCTOYHHUKA IIPOUCXOKICHUST;

6ensunbl X-4, X-5, X-6 HEe UMEIOT PA3IUIUMA, BbI-
XOAAUIUX 34 Ipefesbl yCTAHOBJIEHHBIX OTpPAHIYe-
Huii (<20 % OTH.) HM TO OZHOMY H3 IIApaMeTPOB,
CJIeTOBATEIbHO, OHU U3TOTOBJIEHBI IT0 OJ[HOM TEXHO-
JIOTHH, T.€. UMEIOT OOIIYI0 TPYIIIOBYI0 MPUHAIJIEK-
HOCTB. ITH GeH3MHBI U OeH3uH X-7 pasIndaroTcs 0
KOJIMYECTBEHHBIM XapaKTEPUCTHKAM YIJIEBOIOPO-
HOTO TPyHIIOBOTO cocraBa Gosee yem Ha 20 % OTH.
o AByM IOKasarensaMm, a mo 3uadenuio OUU —
6osee uem Ha 1 en., cmeqoBarenbHO, OEH3UHBI X-4,
X-5, X-6 u 6ensuH X-7 H3TOTOBJIEHBI II0 PA3HBIM
TEXHOJIOTHUAM, T.e. HE HMMEIOT O0IIero HCTOYHUKA
MIPOUCXOKIEHU,;

O6ersun X-7 He mMeeT 00IIed TPYIIOBOH MPH-
HAJJIeIKHOCTH HU ¢ OemsuHamu rpymnnbl A (X-1, X-2,
X-3), uu ¢ 6ensumamu rpynnel b (X-4, X-5, X-6).
B sTo0it cBa3u 6ensun X-7 U3 maIbHEUIEr0 CPaBHH-
TEJIFHOTO UCCAEOBAHUA UCKIOYEH.

Cpashernue OeH3UH08 048 YCIMAHOBACHUS NPU-
HaOeHcHOCIU  00ULeMY/PASAULHOMY —UCIMOYHUKY
npoucxoxcderus. VICTIOMHUTENh paccyuTa 3HAYe-

HUA JOBEPUTENbHBIX MHTEepBaIOB X = U Ansa KoOH-
TPOJIMPYEMBIX IIOKasaTesel ¢ ydeToM 3HaUYeHU He-
onpeneneHHOCcTH U, yCTAHOBIEHHBIX HA IIEPBOM 3Ta-

e BaJUIAITNN. Pesyabrars: pacueToB
MpecTaBaeHsbl B Tab. 7.
Ilo pamabIM  Tabm. 7 coelaHbl  CIEXYIOIHE

BBIBOJBI:

mapsl 6ersuHoB X-1 u X-2, a Takxe X-4 u X-5,
rmo 3umavennio OUM m kKomumyecTBEHHBIM XapakTe-
PHCTHKAM cOCTaBa He PA3IHJYaioTcd B Ipeaeaax pac-
IIMPEHHON HEOIpeeIeHHOCTH;

mapa 6ensuHoB X-1 u X-2 oTnmyaercd mo paay
KOJMYECTBEHHBIX XapaKTePHCTHK cocraBa (00b-
€MHOMY COJEP:KAHUI0 H30mapauHOB, HAPTEHOB U
oneduuoB) oT OeHsuHa X-3, a mapa 6eH3uHOB X-4 u
X-5 ornnuaerca Mo 0OBEMHOMY COMEPIKAHUIO H30-
rmapagpuHOB, apeHoB, 0Je()UHOB U OKCHI€HATOB OT
bemsuHa X-6 B Ipemesax pPACIIMPEHHON HeOoIIpe-
JIeTIEHHOCTH.

B HUTOre II0 pedyJjabTaTaM CJ/IeIIoro HUCIIbITaHUA
HCIIOJIHUTEH YCTAHOBHII CIEAYIOIIee:

6ensunnl X-1 u X-2 mpuHajIexanu paHee 00-
meMy oobeMy (HampuMep, OJHOW HAPTHU TOTOBOH
MPOAYKIIUK), T.e. OHHU HMEIOT OOIIMH HCTOUYHHUK
MIPOUCXOKIEHUS;

O6ensunbl X-4 u X-5 mpunamiexkanu paxee 00-
memMy oobemMy (HampuMep, 001eMy pesepByapy xpa-
HEHWs), T.e. OHM HUMEIOT OOIIMH WCTOYHHK IIPOHUC-
XOKICHMUS;
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Ta6muna 7. PaccunranHble 3HAUYEHU: [OBEPHUTEIBHBIX HHTEPBANOB X * U mid KOHTPOIHPYEMBIX IIOKasaTeled OeH3WHOB

rpyna A u b
Table 7. Calculated values of confidence intervals x = U for controlled indicators in gasoline groups A and B
Howmep obpasma oun ITapaduust Hzonapadunnt Apensr Hadrennt Onedunbr OxcureHaTsI
I'pymna A
X-1 91,7-93,3 9,18-10,38 32,01-32,61 29,51-30,70 10,03-10,63 14,99-1579 1,75-1,79
X-2 91,9 -93,5 9,26 - 10,46 32,20 - 32,70 28,90-30,50 9,89-10,49 15,12-1592 1,77-1,81
X-3 91,3-92,9 8,656-9,85 33,55-34,15 29,03-30,63 10,38-10,93 13,63-14,43 1,76-1,80
I'pynna b
X4 89,7-91,3 10,58 -11,38 46,30 -46,90 28,39-29,99 4,30 -4,90 7,68 — 8,08 0,47-0,51
X-5 89,7-91,3 10,64 -11,44 46,20 -46,80 28,50-30,10 4,31-491 7,69 - 8,09 0,47 -0,51
X-6 90,3-91,9 10,59-11,39 48,44 -49,04 27,22-28,82 4,02-4,62 7,21 -17,61 0,27 -0,31

OensuH X-3 He UMeeT 00IIero NCTOYHUKA IIPOUC-
xX0oxneHud ¢ bensuHamu X-1 u X-2. OHE usrorose-
HBI 110 OJMHAKOBOM T€XHOJIOTMH, HO B PA3HOEe BpeMs,
T.e. IPUHAIJIEHKAINA PASHBIM IIAPTHIM OFHOUMEHHON
POy KITHH;

OeusuH X-6 He ¥MeeT 00IIero NCTOYHUKA ITIPOKC-
X0xIeHud ¢ 0ensmHamu X-4 u X-5. Bensunsr usro-
TOBJIEHBI 110 OJUHAKOBOM TEXHOJIOTHMH, HO B pasHOe
BpeMs, T.e. IPUHAMIEIKAIN PA3HBIM MTAPTHIM OIHO-
UMEeHHOU IIPOAYKITUY;

Oersun X-7 oTaMYaeTcd OT BCEX APYTUX W3 HC-
CJIeIOBAHHBIX 00PA3II0B II0 TEXHOJOTUM IIPOHU3BOJ-
CTBA, T.€. UMEeT WHOM UCTOYHUEK IIPOUCXOKICHIS.

Hcnonuurens mepenas OT4eT ¢ BHIBOJAMHU Clie-
IIOTO WCIBITAHUA PYKOBOTUTENIO BATUIAIIMOHHOTO
SKCIIEPUMEHTA, KOTOPBIA YCTAHOBUII, YTO HIPEICTAB-
JIGHHBIE PE3yJIbTaThl COOTBETCTBYIOT HH(OPMALIUU O
MIPOUCXOKIEHHUN UCIIBITYEMbIX 00PA3IIoB, IPEICTAB-
smernol B «IIpoToKOsIE TTOATOTOBKY 06PA3II0B».

3akaroueHue

Ilonyuenubie pesynabTaThbl MO3BOJIAIOT KOHCTA-
tupoBarh, 4r0 CKO BOCIPOM3BOAUMOCTH METOIUKN
IJIST KKIOTO U3 OIpPeeIsieMbIX KOHTPOIUPYEMbBIX
ToKasaresiedl He MPeBbINIaeT JOILYCTUMBIX IIOTPeIll-
HOCTeH, YCTAaHOBJIEHHBIX CTAHAAPTU30BAHHBIMU Me-
TOAUKAMU; IIOATBEPIKAEHA IIPABUIBHOCTH OIIEHOY-
HBIX KpUTepueB (IpaBUJI TPUHATHS PELICHUs); pe-
3yJbTAThI CJIETIOTO WCIBLITAHUS MPU3HAHBI YIOBJIE-
TBOpUTEIbHBIMHU. TakuMm o6pasoM, pesyabTaThl Ba-
JUAIMOHHOTO DKCIIEPUMEHTA CBHUETEIHCTBYIOT O
MPUTOTHOCTH METOAUKH JJIA PelleHus cyae6Ho-dKC-
MEePTHBIX 33784 YCTAHOBJIEHHS IPHHAMIEKHOCTH
aBTOMOOWJILHBIX OEH3WHOB 00IIEMY/Pa3iIuIHOMY
UIEeHTU(PUKAITIOHHOMY MHOXKECTBY U O IOCTATOY-
HOM [AJId peaau3aluii METOXHKH KOMIIETEHTHOCTU
ucniorauTesn. [Ipemmaraemas MeToIUKa MEET BakK-
HOE MPaKTUYECKOe 3HAUYeHWe, ITOCKOJIbKY IT03BOJIIET
peliaTh 3aa9u, BO3HUKAIOIIHE IIPU IIPOBEIEHUH CY-
ne6HOM DKCIepTH3hl HE(PTEIPOAYKTOB U TOpIoYe-
CMa304YHBIX MATEPUAIIOB:

yCTaHOBJIEHHE OOIIeH POMOBOM IIPHHAIIEKHO-
CTH HA YPOBHE OTHECEHUS K MHOKECTBY OEH3MHOB C
OJIMHAKOBBIM OKTAHOBBIM YHCIOM (OEH3WHBI OMHA-
KOBOTO TOBAPHOI'O HANMEHOBAHW!);

yCTaHOBJIEHUE OOINel TPYIIOBOH MPUHAIIEHK-
HOCTH HA YPOBHE OTHECEHHS K MHOKECTBY OEH3H-
HOB, M3TOTOBJIEHHBIX B YCJIOBHAX OJWHAKOBOI'O TE€X-
HOJIOTHYECKOTO peryiaMenTa (1o OAHHAKOBOH TEXHO-
JIOTHH);

YCTAHOBJIEHHE C JOBEPUTEIbHOU BEPOSTHOCTHIO
95 % TpuHANIEKHOCTH 00IIeMy UCTOYHUKY IIPOMC-
XOMKIEHUsd, T.e. 001eMy o0beMy, OTPAHHIEHHOMY
mapTHedl TOTOBOM TMPOAYKIIMHM W/WIKA Pe3epByapoM
XpaHeHUsd, TPAHCIOPTUPOBKU U T.II.
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AHAJIN3 SJIEKTPOMATHUTHBIX CBOMCTB KOMIIO3UTOB
2000HH/2000HM C CETHETOSQJIERTPUUYECKNMH
U ITIOJINMMEPHBIMUA MATPUITAMU
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B pab6ore npezncraBieHsI pes3yabTaThl UCCIEI0BAHUSA 3JIEKTPOMUIUIECKUX CBOMCTB (heppuT-mIus-
JIEKTPUYECKUX KOMIIO3UTOB, B KOTOPHIX B KAYeCTBe BKIOYeHUH Bbiopanbl Mn-Zn- u Ni-Zn-dep-
PUTHI-IIIIIIHENN C OJWHAKOBOM HAYa/lIbHOM MAarHWUTHOH mpoHunaeMoctbio (Mapkm 2000HM u
2000HH cooTBeTcTBEHHO), HO pasHBIMU DIEKTPHUIECKUMU COIPOTHUBIEHUAMH. B KagecTBe Mat-
PHIT 1711 KOMIIO3UTOB HMCIIOTIB30BAIH TIOJIMMEPHbBIE M KEPAMUYECKHUE TUAIEKTPHUKY C PA3THIHBIM
3HAYEHHUEM [UIIEKTPUIeCKol mponuraemocts: noxucrupoi (I1C525), nonuBuaununendropun
(mapra ®2MB), mupronar-turanar csunra (I[TC-21), turanar 6apus (TBK-3). 9xcnepuven-
TanbHbIE 00PA3I[HI KOMIIO3UTOB MOIyYaIH METOLOM ropadero (eciu MaTpuiia — II0JIUMep) HUIH
XOJIO[{HOTO IIPECCOBAHUSA CO CBA3KOM (ec/iu MaTpuila — KepaMHUJecKui cerueToseKTpuk). [Toka-
3aHO, YTO PAIHUOIIOIIOIIAIOIINE CBOMCTBA IIOyY€HHBIX KOMIIO3UTOB BO MHOTOM 3aBHUCAT OT DJIEK-
TPO(PU3UIECKUX CBOMCTB JUAIEKTPHUIECKON MATPHUIILI U YIEIBHOTO SJIEKTPOCOIIPOTHBIICHHS HA-
nonuuTessi. Haubosnbinee ociabienre siieKTPOMArHUTHBIX BOIH 25 — 27 1B B muamnasoHe 4acTor
4 — 5 I'T1; Habmopany st beppPHUT-IOJTUMEPHBIX KOMIIO3HTOB C IIOIYIPOBOJHHKOBBIM HAIIOJI-
autenem 2000HM mpu TosiirHe pagroIorIONIaoIero Mmarepuaia 6 mm. [ KOMIIO3UTOB ¢ Ha-
nonuaureneM Mn-Zn-peppur Taxke (PUKCHPOBANIM BBIPAKEHHBIN CABUT OOJACTH AKUCIEPCHH
MAarHUTHOH IIPOHUI[AEMOCTH, YTO B CBOIO OYEPEIh MEHAIO YaCTOTHOE IT0JIOKEHIe ITHKOBOTO pa-
nquororyoneHus. [l KOMIIO3UTOB € CETHETORIEKTPHUIECKON MaTPHUIIeH 06/1acTh pab0IiX YacToT
IUIsT 000MX HATIOTHUTENIEH CMEeIaIach B HU3KOYacTOTHY0 00sacthb (1 — 4 I'T'n) ¢ MakcumMaabHbIM
ocabmenuem 10 22 b mpwu TOM :Ke TOJIIMHE Marepuaia. JKCIepUMEHTAIBHO ObLIO YCTaHOB-
JIEHO, YTO IIPX MAaccoBOU KoHIeHTpalwu (eppura C,, = 40 % ¢ yBernueHneM [UIIeKTPUIeCKON
IPOHHUIIAEMOCTH MaTPHITHI yMEHBIIAETCA YaCTOTa IIeHTPA MUHAMYMA HOTTIOIEHH S f;,, 1 MIHHMA-
TbHOE 3HaYeHHe K0a(p(hHUIMeHTa OTpakeH!s Ha MeTa/IMYecKol macrure K Ji 111 HanomHu-
Tensa ¢ BbICOKUM 3ierTpocorporusierueM 2000HH. B ciayuae KoMImo3uToB ¢ HamoIHUTEIEM
2000HM sasucumocts Ky (€' MaTpHIbI) IPOXOAUT Yepe3 MUHUMYM. [IomyqeHHble KOMIIO3HTEI
MOJKHO paccMarTpuBaTh Kak 3(p(peKTHBHBIE PATUOIIOIIONIAIINE MATEPHAIBI AJIA AMala3oHa
yactoT 1 — 6 I'T'1; ¢ nuKoBbIM OcIabIeHreM IeKTPOMATrHUTHOMN BOJIHEI B Auanasone 14 — 27 nb u
paboueii momocoit yacror (Meree 10 1B) B quanasome 1,1 — 2,5 I'T'.

KaroueBsie cioBa: Qeppur-ausiekTprdeckre KoMmos3uThl;, Ni-Zn-eppHTh-IIITHHEIH
2000HH; Mn-Zn-deppursr-mmnuaenu 2000HM; paguomormomaroiye MaTepuaibl; MaTPUIa,
HAIOJIHUTE b, MATHUTHASA IPOHUIAEMOCTb; JUIIEKTPHYECKas IPOHUIIAEMOCTb; YIETIHHOE IEeKT-
POCOIIPOTHBIIEHHE.

ANALYSIS OF THE ELECTROMAGNETIC PROPERTIES OF 2000NN/2000NM
COMPOSITES WITH FERROELECTRIC AND POLYMER MATRICES

© Vladimir G. Kostishin,* Rafael I. Shakirzyanov, Igor M. Isaev,
Elena S. Savchenko, Boris M. Skibo
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The results of studying the electrical properties of ferrite-dielectric composites containing inclusions of
Mn-Zn and Ni-Zn spinel ferrites with the same initial magnetic permeability (grades 2000NM and
2000NN, respectively) and different electrical resistance are presented. Four matrix materials, polymer
and ceramic dielectrics with a different dielectric permittivity were used in the experiments: polystyrene
(PS525), polyvinylidene fluoride (grade F2MB), lead zirconate titanate (ZTS-21), and barium titanate
(TBK-3). Experimental samples of composites were obtained by hot (for a polymer matrix) or cold pressing
with a binder (in case of ferroelectric ceramic matrix). It has been shown that the microwave-absorbing
properties of the resulting composites significantly depend on the electrical properties of the dielectric ma-
trix and the electrical resistivity of the filler. The highest attenuation of electromagnetic waves of
25 — 27 dB in the frequency range 4 — 5 GHz is observed for ferrite-polymer composites with a semicon-
ductor filler of 2000NM with a thickness of microwave-absorbing material of 6 mm. For composites with
Mn-Zn ferrite filler, a pronounced shift in the dispersion region of magnetic permeability is also observed,
which in turn changes the frequency position of peak radio absorption. For the composites with a ferro-
electric matrix, the operating frequency range for both fillers shifted to the low-frequency region
1 -4 GHz with a maximum attenuation of up to 22 dB at the same thickness. It was experimentally con-
firmed that at a concentration of ferrite C,, = 40 % wt., the value of the frequency of absorption peal cen-
ter f, and the minimum value of the reflection loss K, for a filler with high electrical resistance of 2000NN
decrease with an increase in the dielectric constant of the matrix. As for the composites with a 2000NM
filler, the K" (¢’ of the matrix) dependence passes through a minimum. The obtained composites can be
considered as effective microwave-absorbing materials for the frequency range 1 — 6 GHz with peak atten-
uation of the electromagnetic wave in the range 14 — 27 dB and frequency band (less than 10 dB) in the
range 1.1 - 2.5 GHz.

Keywords: ferrite-dielectric composites; Ni-Zn-ferrite-spinel 2000NN; Mn-Zn-ferrite-spinel 2000NM,;

radio-absorbing materials; matrix; filler; magnetic permeability; permittivity; electrical resistivity.

BBenenune

3amajya MOIyYeHUs KOMIIO3UTHBIX MATEPUAIIOB
aKTyaJTbHA BCIEACTBHE HEOOXOAMMOCTH paspaboTKu
HOBBIX MATE€PHUAJIOB C YHUKAJIbHBIMU (PYHKI[HOHAIb-
HBIMH ¥ KOHCTPYKIIMOHHBIMU CBoMcTBamu [1, 2].
OnHu M3 TOMUHUPYIOIINX B IIPOU3BOICTBE U HU3yUe-
HUU KOMIIO3UITMOHHBIX MATEPUATIOB — MOJHMEPHBIE
rKommosurnonuesie Marepuasibl (IIKM), B KoTOpBIX
MIOJTUMEPHI BBICTYTAIOT B KAYECTBE MATPHUI], CBA3HI-
BAOIINX PA3IWYHbIE APMUPYIOIHEe UId (PYHKIIHUO-
HaJIbHbIE HAIIOJIHUTENIH B BHUJE Chep, SJUIHIICOUIOB,
HUTEH, IJIAaCTUH, BOJOKOH u 1p. [1 — 3]. PesynbTu-
pyomue xaparkrepuctuku [IKM saBucar or 60ib-
IIOTO KOJHUYECTBA TEXHOJIOTHYECKUX I1apaMeTpOB
TIOJyYeHUsI U OTAENbHBIX CBOMCTB KOMIIOHEHTOB, HO
B [IEPBOM IPUOIHKEHUH MOKHO BBIIEIHUTD CIIEIyIO-
IKe: pacupeeieHne BRIIEHUH 10 00heMy MaTPH-
IIbI ¥ KOHIIEHTPAIUA BKIIOUEHUH.,

Heobxomumocts monydenus ITKM, cmocoOHBIX
TIOTJIONIATh WU YKPAHUPOBATH 3JIEKTPOMATHUTHOE
usnydenne (OMU), oueBugHa u3-3a IIPO6IEM C DIIEK-
TPOMATHUTHON COBMECTHMOCTHI0 KOMIIOHEHTOB B
9JIEKTPOHHOM ammaparype, 3JeKTPOMarHUTHBIM 3a-
rpsA3HEHWEM OKpy:Kamolield cpeabl u ap. [3, 4].
OyHKITMOHAIBHBIE CBOWCTBA PAIHOIOTJIONIAIOIINX
IIKM B CBY-muanasoune OMU (ocnabnenwne, mmoaoca
TIOTJIOIIEHHs, ITMKOBOe 3HaueHue ociaabieHus) 3a-
BHUCAT OT TAKUX (PU3UIECKUX IAPAMETPOB, KAK KOM-
IUIEKCHBIE IUDJIEKTPUYecKas €* W MarHuTHas ™
MMPOHUIIAEMOCTH, 3JIEKTPOIPOBOAHOCTh O. AHau-
3UPysd YACTOTHBIE CIEKTPhI MAHHBIX I1APAMETPOB,

MOKHO C IIPUEMJIEMON TOYHOCTBHIO IPOTHO3UPOBATH
PaaUOTIOTIIOIAIOIIE XaPAKTEPHUCTHKYN MaTepuaa.
OrmeruM, YTO BBICOKWE 3HAYEHHSI €* W P* MOryT
yKas3bIBaTh HA WHTEHCHBHBIE IIPOIECCHI MOIAPHU3A-
WU U HAMArHUYUBAHUSA, IPU KOTOPBIX YaCTh DJIEK-
TPOMATHUTHOH SHEPTHU PACXOAYEeTCI Ha Iepeopu-
eHTAIMI0 [AWUNOoJed. BhICOKoe 3HAYeHWE O MOKET
o0ycIaBIuBaTh BO3HUKHOBEHHE BUXPEBBIX TOKOB B
MaTepuase, 4TO TaKKe CIIOCOOCTBYET YIIyUIIIEHUIO
PaAHMOIIOTIONIAIINX XapPAKTEPUCTHUK.
Paguonormomaromnue xapakrepuctuku [TKM
MEHSIOTCS MPY HAIWYWUU BRIodeHwuii. Tak, BEIoUde-
uue B cocraB [IKM MarHuTHBIX OKHCIOB — ep-
putoB [4,5] — 3HAYUTENTHHO IIOBBIIIAET MATHUT-
HbIe TIOTEPH, 0COOEHHO MPHU YaCTOTE eCTECTBEHHOTO
deppomarautaoro pesonanca (E®MP). deppuro-
Basg KepaMHUYecKas TEeXHOJIOTHS II03BOJIIeT TIIOJLy-
9aTh 00JIBIIYI0 HOMEHKIATYPY PAa3IUIHBIX COCTABOB
C HMIMPOKUM IUAIla30HOM MATHUTHBIX CBOMCTB [6],
YTO JaeT BO3MOYKHOCTH CO3/IaBaTh OTPOMHOE KOJIrde-
cTtBo pamuonormiomarnux rommosutoB (PIIK) c
BEJIIOUeHHAMU 13 (peppuToB. C UCIONB30BAHUEM Ke-
PaMHYECKON TEXHOJIOTHU MOTYT IPOU3BOIUTHCT KaK
TIOPOIIKH, TaK U 00bEMHbBIE U3/IENIUA, KOTOPbIE MOXK-
HO U3MeTbuaTh (HarmpumMep, 6paKoBaHHBIE U3/IEIH).
Kpome Toro, HaHOYACTHIIBI UIN YIHTPAIUCIEPCHBIE
qacTuilbl epputoB [7, 8] Takmke MOTyT HCIIOJIb-
3oBarhcs B KadectBe BriaoueHuil B PIIK Ha ocHoBe
MMOJIMMEPOB. 3aMETHM, YTO CHHTE3 HAHOMATEPUAJIOB
B OOJIBIIMHCTBE CJIy4aeB [OCTATOYHO CIOXKEH, a UX
MPaKTHYECKOe MPUMEHEeHHEe OrPaHWYEeHO H3-3a J0-
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Puc. 1. BricokouacToTHbIe CIIEKTPHI JEACTBUTENBHOH €' (@) 1 MHUMOI €'’ (6) YacTeil AMIIeKTPUIECKOH TPOHUIIAEMOCTH JHUITIEK-

tpuros I[1C525 (1), ®2MB (2), LITC (3), TBK-3 (4)

Fig. 1. High-frequency spectra of the real €' (a) and imaginary €” (b) parts of the dielectric permittivity of PS525 (1), F2MV

(2), CTS (3), TBK-3 (4) dielectrics

POTOBU3HBI U CIIOMKHOCTHA IIPOIIECCOB IIOJYUEHHUS
HaMOJTHUTEIeH.

®DeppuThl — BHICOKOCTAOMIBHBIE, CTOUKUE K aT-
MOC(EPHBIM BO3IEHCTBUAM H DIEKTPOMATHUTHOMY
M3IyYEHHUI0 MarTepuasbl. B KadecTBe IOIUMEPHBIX
MAaTpHI] YacTO HPHUMEHAT TepMO- (IIOJUCTHUPOII,
TIOJTUATUICH, TIOJHBHHIIXIOPHI, ITOJHIIPOIIHIIEH,
MMOJMBUHUJIOBLIA CIHPT) HW PEAKTOILIACTHYHBIE
(smoKCHMIHAA CMOJIA) TIOJUMEPBI C HU3KOH DIIEKTPO-
IIPOBOIHOCTBI0O M BBIPAKEHHOH THAPO(OOHOCTHIO U
CTOMKOCTHIO K BHEIIHHM BO3IEHCTBUAM COOTBET-
CTBEHHO.

AdderruBupiM HanosuauteneMm niaia PITK moryr
CIIYsKUTh OKCUIHBIE CETHETOIJEKTPHUKHU, HAIpUMEp,
turaHat 6apus BaTiO; [9, 10]. B takux marepua-
JIaX CyIleCTBOBAHUE SJIEKTPUYECKHUX IHIIOJIEH 00y-
CIAaBIWBAET IIPOIIECChI MOJAPU3AIINU, KOTOPhIe MO-
TYT JaBaTb CYIIECTBEHHBIH BKJIAA B IUIJIEKTPHU-
yeckue morepu. [Ipu cMeruBaHWuy MArHUTHBIX WK
DJIEKTPOIIPOBOIAIINX JOOABOK C CErHETOIIEKTPHYE-
CKMMH BK/IIOYEHHUSIMH BO3MOKHO BO3HHKHOBEHHE
cuHepreTudeckoro 3gdeKra IOBBIIMIEHHOTO PAIUO0-
IIOTJIOIICHUS.

ITorck onTMMAaIBHBIX COOTHOIIEHHH KOMILIEKC-
HBIX TUIJIEKTPUYECKON M MAarHUTHOM IIPOHUIIAEMO-
cTel ocymiecTBIAIOT Matematudecku [11]. Bmecre ¢
TeM SKCIIepUMEHTAIbHbIE [aHHbIE 3aBUCHUMOCTEH
PAIUOIIOTIIOIAOIINX XaPAKTEPHUCTHK OT JIHIJICK-
TPUYECKOM IIPOHHUIIAEMOCTH MIPEACTABIAIT UHTEPEC
TIpeskie BCero ¢ MPaKTUIECKOU TOYKH 3PEeHU .

Ilens paboTsr — uccieqOBaHNe BAUSHHASI MaCCO-
BOM 710/1M DEPPUTOBOrO HAIIOJIHUTEA, €r0 DIeKTPH-
YEeCKMX CBOMCTB HA 3JIEKTPOMATHUTHBIE U PAIUOIIO-
[JIOIIAIOIIE CBOMCTBA (DEPPUT-IUIIEKTPUIECCKUX
KOMIIO3HUTOB.

Marepuaasl, METOIHUKA

B rauecTBe MCXOAHBIX KOMIIOHEHTOB HCIIOJIB30-
Banu npomblinuieHHbie (eppurbl Mapok 2000HH u
2000HM (xummgeckue coctaBbl: Nig 30Zn, ¢sFesO4 1
Mn, 55Zn o6Feq 16Fe;0,), B KavecrBe marpmi ams
KoMmo3uToB — moauctupon I[1C525, momuBunmII-
uneudropusn (IIBI®) ®2MB u cernerosnexrpude-
ckyio kepamuky TBK-3 (cocras: BajoCay;TiO; +
+ 0,5C00) um ITC-21 (cocras: Pb(Zr,,Tije)03).
Ormerum, uro comonmmep 1B D mapru ®2MB (co-
cras: —[CH,—CF,],~[CFy—CF,],,—, rne n =71, m =
= 29), KaK MOIUMEPHBIH MaTEPHUAJI, IIHPOKO IIPHUMe-
HAIOT IIpX pas3paboTKe KOMIIO3UTOB, IIOCKOJIBKY OH,
IIOMHMMO CETHETO3JIEeKTPUIECKUX CBOHCTB, 00a1aer
BBICOKUMH KOHCTPYKIIMOHHBIMHU XapaKTePUCTUKAMU
[12 - 15].

IJIeKTPOMAarHUTHBIE ¥  PAJHUOIOTIONIAIOIIIE
CBOMCTBA KOMIIO3UTOB HCCIELOBAIN Ha 00pasIiax B
BHUJIe KoJell (BHEeIIHUM U BHYTPEHHUH [UaMeTpbl —
16 u 7 MM, Tonmuuaa — 6 MM). Konbiia ¢ maTpunamu
M3 IIOJIMMEPOB H3TOTABIMBAIN CleLylomuM obpa-
30M: TOPOIIKY TIONNMEPOB U (PepPUTA CMEUINBAIN
MEeXaHWYEeCKH [0 IOJIy4eHUs ORHOPOTHOU CMECH,
cMech TIOCIIe 3arpy3KH B IIpecc-(popMy U3 HepsKaBe-
foliel cranu mnpeccosanu a0 pasiaenns 100 MIla u
nporpeBasiu B TedeHune 10 MUH IIpu TeMIepaType
200 °C (gna moauctupona — 90 °C). B cayuae xKom-
IIO3UTOB, B KOTOPBIX POJIb MATPHUIILI BBIIOJIHAT II0-
POILIOK CEeTHETO3JIEKTPUKA, HOPOIIKH IThe30KepaMu-
KU ¥ (peppuTa CMEIIMBAINA CO CBA3KOU M3 BOJHOTO
pacTBopa IOIWBUHUIOBOTO crnuprta. llomyuennyio
cMech TakKe mpeccoBanu (6e3 BO3meHCTBUA TeMIIe-
paTypsbl) ¢ mociaenymoien cymkoi mpu 60 °C.
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Puc. 2. BricokouacToTHBIE CIEKTPHI KOMIUIEKCHBIX MATHUTHOU P¥ ¥ AMSJIEKTPHYECKOU £ mpoHuIaemMocreil (IeicTBuTe IbHas
(1) u mummas (2) yactu) peppumarseruros 2000HM (a, 6) u 2000HH (6, 2) cooTBeTCTBEHHO

Fig. 2. High-frequency spectra of complex magnetic p* and dielectric €* permittivity (real (1) and imaginary (2) parts) of

ferrimagnets 2000NM (a, b) and 2000NN (c, d), respectively

Oo6cy:xkaenne pe3yabTaToB

B xauecTBe MaTpHUIl HUCHOJIB30BAIH TUIIEKTPHU-
yeckue Marepuaibl — u3onaropsl (I1C525 — uemo-
JIAPHBIA [USIEKTPUK CO CIabbIM JHUIOJIBLHBIM MO-
menTom) u ceruerodnerTpurku (P2MB, TBR, IITC).
OKcugbl CO CTPYKTYPOi TEPOBCKHATA MMEIOT BhIpa-
JKEHHBIE CETHETODJIEKTPUYEeCKHe CBoicTBa (1ocie
MOMIAPU3AIUYA KEePAMUKHN), BBICOKOE 3HAYEHUE IIH-
QIIEKTPUYECKOM TMpOHHIaeMocT u TouKy Kropu
~120 °C [16].

YacroTHbIE CIIEKTPHI JUIJIEKTPUIECKON MTPOHH-
[[AeMOCTH TPUMEHSEMbBIX [UIIEKTPUKOB MOKA3aHbI
Ha puc. 1. Bugmo, yro 3HaueHHe TUAIEKTPUIECKOMH
poHHIaeMocTu monrMepoB B 10 pas mMensblie, yeMm
y KepaMHYeCKMX OKCHIHBIX CETHETOIIEKTPUKOB
¥3-3a HAIWYUA JUIOJIEeH B KPUCTAILIMIECKOH PerleT-
Ke, CO3MAHHBIX ee WCKaxeHueM. B paccmatpu-
BaeMOM JAHAaNa30He 4acTOT BHIPAIKEHHOH JAUCIIEPCUH
IUSJIEKTPUIECKOH MPOHMUIIAEMOCTH He HaOI0IaIIN.
Kak usBecrHO, penakcamuoHHas mojspusanus (Iu-

[OJbHAS, TEIJIOBAas) B CErHETOXJIEeKTPUKAX U II0-
auMepax MpuxoauTes Ha guamaszoH 1 — 108 T'm. Ilo
STOﬁ HquHHe OTCYTCTBYIOT 3aMe€THbI€ YaCTOTHBIE
n3MeHeHUus 3HaueHud €. V3MeHeHWe IUDJIEKTPH-
YecKo# MpoHuraeMoctd B muamnasone 2— 71T y
obpasios TBK-3 u IITC-21 ceszaHo ¢ pesoHamc-
HBIMH IIPOI[ECCAMU B U3MEPUTEIILHOU TIEHKe.
AHanu3 CIIEKTPOB MArHUTHOH U JAUSJIEKTPHUE-
CKOH IIPOHUIIAEMOCTEN ITOKA3bIBAET, YTO DIIEKTpHUUe-
CKHe CBOHICTBa (PePPHUTOBOIrO HAIIOJHHUTENS U KOH-
[IEHTPALUA HAIIOJHUTENS BJIUAIOT HA BHUJ YACTOT-
HBIX CHEKTPOB KOMIIO3UTOB U 3HAYEHHUA €, p*. Itn
0COOEHHOCTH, B CBOIO O04Y€PEe/b, OIPEHEIAIOT PaIuo-
TIOTJIOIIAOIIINE XaPAKTEPUCTUKYA KOMIIO3UTOB.
JIeKTPHUYECKHe CBOMCTBA HATIOJIHUTEIEH XapakK-
TEPU3YIOTCA TeM, 4TO NpuMeHseMmbld Mn-Zn-dep-
PHUT MOKHO OTHECTH K ITOJIyIPOBOTHUKAM (3JIEKTPO-
MIPOBOMHOCTh Ha TOCTOAHHOM TOoke — 1 Cm/m), a
Ni-Zn-deppur — K mgusaeKTpUKaM (3JI€KTPOIIPOBO/I-
HOCTBb Ha NOCTOIHHOM Toke — 1,7 - 1077 Cm/m). OTO
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Puc. 3. YacroTHble 3aBHCHMOCTH HEHCTBUTEIBHOM ' M MHHMMOH '’ dYacTell MAarHUTHOH IIPOHHUIIAEMOCTH KOMIIO3HTOB
®2MB/2000HM (a, 6) u ©2MB/2000HH (s, 2) (roumenTparmsa — 20 (1), 40 (2), 60 (3), 80 % (4))

Fig. 3. Frequency dependences of the real ¢ and imaginary ¢’ parts of the magnetic permeability of composites
F2MV/2000NM (a, b) and F2MV/2000NN (c, d) (concentration — 20 (1), 40 (2), 60 (3), 80% (4))

CB3aHO C HajgumyumeM B cocraBe Mn-Zn-deppura
noHoB Fe?* | KOTOpble yBeIMYUBAIOT IPOBOAUMOCTD
(mpBIEKOBBIM MexauusMm Bepees) [17].

Ha pruc. 2 npuBeeHbI CIIEKTPHI TUIJIEKTPHIE-
CKOH ¥ MArHUTHOM NPOHUIIAEMOCTeH (PepPUTOBBIX
roisrerr 2000HM u 2000HH. Hecmorps Ha oguHAKO-
BBIE 3HAUYEHUS HAYATHHON IPOHUIIAEMOCTH, BHICOKO-
YaCTOTHBIE MATHUTHBIE IIPOHUIIAEMOCTH CHJIHHO
pasauJdaioTcsa. Y MeHbIlIeHne MarHUTHOM IIPOHHUIIae-
MOCTH ¢ yBeamdeHuneM dactotbl OMU cBazaHo ¢ oT-
CTaBaHWEM CJIEIOBAaHUA MarHUTHHIX MOMEHTOB 3a
niepemeHHbIM 10J1eM. OCcOOEHHO BBIPAKEH CIIa IIpU
pesonarcuoMm mporecce (EOMP u pesomance mo-
MEHHBIX TPAHMIT).

Hsmepennas HauaabHAs MAardHuTHAS IIPOHHUIAE-
MocTh Ha Kepamuuecknx Kombiiax 2000HM wu
2000HH cocrasuna 1755 u 2041 (kospuuTHBHAS
cuiia 10 MHAYKIUYT — ~ 15 A/M, MHIYKIUS HaCHIIIIe-
uua — 0,24 u 0,16 Ta). Peskuii cnan nusiaeKTpuye-
ckoit mporunaemoctu &' miaa gpeppura 2000HM mo-
JKeT OBbITh BbI3BAH BAUIHHUEM BHXPEBBIX TOKOB WU
MIPEBBIIEHHEM YaCTOThI IEPECKOKOB MEKIY HOHAMH

Fe?* u Fe3* [18]. IlockonbKy heppuToBas KepaMuKa
XapaKTepus3yeTcsi TAKUMHU [apaMerpaMu, Kak Ha-
yanbHAd MATHUTHAA TIPOHUIIAEMOCTb, WHIYKITHSI
HACBHIIEHNs, KOIPIIUTUBHAS CHUJIA, MOKHO YTBEPIK-
IaTh, YTO MCIIOJIb30BATHUCH (DEPPUTOBBIE MATEPUAIIBI
C MPaKTHYECKH OJMHAKOBBIMU MATHUTHBIMM XapPaK-
TEPUCTHKAMHU.

OTrmeruM, YTO IO CPABHEHUIO CO CIEKTPaMH
MATHUTHOU ITPOHMIIAEMOCTH (PEPPUTOBON KepAMHUKN
B KOMITO3UTax HAOII0faeTcAd YaCTOTHBIA CABUT 00-
mactu gucrepcun P*(f). B Kommosurax ¢ BEIode-
HuaMu u3 Mn-Zn-geppura IpH BBICOKHX KOHIIEH-
rpanusax (C,, > 60 %) rakxe urcupyerca ciaabo-
BeIpaskenHas aucnepcusa e*(f) [19 — 22].

CrekTpbl MArHUTHOM MPOHUIAEMOCTH JIJIA
cocraBoB ®2MB/2000HM u ®2MB/2000HH mpesn-
craBieHbl Ha puc. 3. Bumgwo, yro mma Kommosurta
¢ marHuTHbIMH BEIoueHuamu w3z 2000HM (cm.
puc. 3,6) uacrora AWCIEPCHH, OLIEHUBAEMAas II0
MaKCHUMyMy 3Ha4YeHus ['’, 3aMeTHO CMeIlaeTcs B 00-
JIaCTh HUBKUX YACTOT. 3AMETHM, YTO JJIsT KOMITO3H-
T0B ¢ IIC525 ocobeHHOCTH YACTOTHBIX CIIEKTPOB
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nenrparud — 20 (1), 40 (2), 60 (3), 80 % (4))

Fig. 4. Frequency spectra of the dielectric permittivity €' of composites F2MB/2000NM (a) and F2MB/2000NN (b) (concentra-

tion — 20 (1), 40 (2), 60 (3), 80% (4))
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Fig. 5. Dependences of the magnetic and dielectric permittivity on the concentration C,, in composites F2MV (1), PS525 (2),
CTS-21 (3) and TBK-3 (4) at a frequency of f = 100 MHz (filler — ferrite 2000NM (a) and 2000NN (b))

CXOKH, OMHAKO UMEEeTCA pasjuJyre B 3HAYCHUH Mar-
HHUTHOU IIPOHHUIIAEMOCTH.

JIeKTPUYECKHe CBOMCTBA (DEPPUTOBBIX BEJIIOUE-
HHUH MOTYT BJIMATH HA BHUJ CIEKTPOB IUIJIEKTPHIE-
CKoIf mpouunaemoctd. Kak moxkasano Ha puc. 4, gac-
ToTHbIe 3aBucuMoctd miua P2MB/2000HM nemonct-
PHUPYIOT CIa00BBIPAKEHHYI0 3aBUCHMOCTD OT 4acTO-
Tl B guanasore 1 — 7 I'T'. OcobenHo 9To mposaBiis-
eTcs JJIA BbICOKUX KOHITEHTPAI[AH.

3aBHCUMOCTH MATHUTHOM W IUDIEKTPUIECKOMN
IIPOHHUITAEMOCTEH OT KOHIIEHTPAIIUM Ha YacToTe
100 MTI'r; mpencraBnens! Ha puc. 5. J[1a kommiekc-
HOU MArHUTHOH IIPOHMIIAEMOCTH KOMIIO3UTOB MOJK-
HO OTMETHUTH, YTO 3HAYEHHS | PaBIHYAIOTCA IIPU
(puKCHPOBAHHBIX KOHIIEHTPAIIUAX H3-38 PaA3HOTO
3amoJIHeHuA 00beMa BEIIOYEHUIMH U 0COOEHHOCTEMH

pacmpeneneHns KOMIOHEHTOB. llpu BeIOpaHHOM
crmocobe CcMelleHus He YOaeTcsi IIOJHOCTbI0 W3-
0e:xaTb CONMPHUKOCHOBEHHS MEKIy co00i eppu-
TOBBIX BKJIIOYEHUM, YTO IPUBOIUT K DIEKTPUIECKOH
¥ MArHUTHOM TEPKOJIAIUu. Bereacrsue 9TOro KO-
JINYECTBO CKBO3HBIX KAHAJIOB Yepe3 TOJIIHHY KOM-
[I03UTa MOKET OBITh PAa3HBIM, YTO BIHAET HA 3HA-
yenua nponuiaemocreit 8 CBY-o6mactu. M3-3a 60-
jlee BBICOKHX 3HaueHuit ¢ Mn-Zn-deppura B KoM-
rmosurax c ero mgobaeienumeM Habaomaercs 6osee
BBIPAJKEHHBINA POCT 3TOTO IapaMeTpa C yBeIUdeHH-
€M KOHIIeHTPAIHH.

Ha pwuc. 6 mokasanbl crexkrpbl Koadduiimenta
OTPaKEHMS Ha METAITUYECKOH IIACTUHE MOJIyJYeH-
HBIX KOMITO3UTOB (Tosuaa — 6 mm). 151 koMmosu-
ta [IC525/2000HH ocnabnenmne He mpeBbIIIaeT
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Puc. 6. Hacrorabie crexktpnl kKoaddunuenra orpamenus K, wkommosutos P2MB/2000HM (a), ©2MB/2000HH (6),
I1C525/2000HM (8), TBK-3 u IITC-21 mpu C,, = 40 % (2) (roruentpamua — 20 (1), 40 (2), 60 (3), 80 % (4))

Fig. 6. Frequency spectra of the reflection coefficient of composites F2MV/2000NM (a), F2MV/2000NN (b), PS525/2000NM
(c), TBK-3 and CTS-21 at C,, = 40% (d) (concentration — 20 (1), 40 (2), 60 (3), 80% (4))

5 1B nmma Bcex KOHIIEHTPAIHM, MO3TOMY CIIEKTPBI
K,.,(f) He mpuBoaATCa.

Ilomyunnu, uro Hawmboiee BBIPAKEHHBIMU pPa-
IHOIIOTJIONIAOIIMME XapPaKTePHUCTUKAMH 00J1a1ai0T
xommosuTer: P2MB/2000HM, C,, = 40 % (K =
=-26 1B, f,=4,11Tn, Af(-10ab)=2,51Tm);
®2MB/2000HH, C,, =80 % (K" =-14 1B, f, =
= 5,8 [T, Af(- 5 nb) = 5,5 I'T'r); I1C525/2000HM,
C, = 60% (Koy' = -27,56 nB, f; = 4,3 I'Ty,
Af(-10 nB) = 2,56 I'Tw); TBK-3/2000HH (K7 =
=-231B, f,=35ITn, Af(-10xB)=1,1TTm).
Cxoskpe CekTpbl K03 (UIMEHTa OTPAKEHUS HMe-
ot Kommosutel 11C525/2000HM u $2MB/2000HM
npu C,, = 40 u 60 % coorBercrBernHo. OmHAKO OIpe-
IeJIeHre KaKyIelca ILUIOTHOCTH KOJIell II0Ka3a-
J10, 4TO IIOTHOCTH Kommosuta ®2MB/2000HM co-
crasiszer 3,08, B To Bpema kax 11C525/2000HM —
3,4 r/cM®. YunThIBasg 3TO, MOKHO yTBEP:KIATh, 4TO,
kak paguonoraomaromnui marepuan (PIIM), Beiroa-
Hee HCII0Jb30BaTh KOMIO3UT ¢ Marputieit uz ®2MB,
nockonbKy aysi PIIM mpexpmouruTensHO OBITH MaK-
CUMAJTBHO JIeTKOBeCHbIMH. OTMETHM TaK:Ke CMellle-

HUe IIeHTPa MHKA [, A7 KOMIIO3UTOB C IIPOBOJAIINM
Mn-Zn-deppuromM ¢ yBeawdeHHEM KOHIIEHTPAIHH.
B ciyuae Ni-Zn-ceppura cmernenve nuka He Ha-
61I01a710Ch.

C wucnonb3oBaHUEM CIEKTPOB Kod(uIrmeHTa
OTpaKEHUI Ha METANIMYECKOH IIIACTUHE [T KOJIel]
KOMIIO3UTOB ITOJIy49aIy 3aBUCUMOCTH HEKOTOPBIX I1a-
paMeTpOB 3TUX CHEKTPOB OT JUDIEKTPUIECKOHN IIPO-
HHI[AEMOCTH MaTpHUIlbl. daBucumoctu K otp 3 K.,
npu pukcupoBannoi yacrore 0,1 I'T'n u momosxenws
IleHTPpa MUHHMYyMa IIOTJIONIEHHUS f; OT JU3JIeKTpIde-
CKOH IIPOHHUIIAEMOCTH & MAaTPHUIIBI IIPUBENEHBI HA
puc. 7 (C,, = 40 %). Bummo, 4T0 TUKOBOE 3HAYEHIE
K35 TIpOXOAUT Yepes MHUHHMYM, ORHAKO IIOJIO-
JKeHHe MHHHUMyMa pasiudHO [JIf KOMIIOBUTOB C
Mn-Zn- u Ni-Zn-eppurom. /lna saBucumocts f;; B
caydae KOMIIO3UTOB ¢ BraoueHuamu u3 2000HM
majieHrie KPUBOL 6oisiee Beipaskeno. OTMeTnM Takixe,
4T0 B Komnosurax ¢ Ni-Zn-ceppurom K, pu yac-
torax >3 I'T'11 crabo 3aBuCUT OT € MaTPHIIBI, a JIJIs
KOMIIO3UTOB ¢ Mn-Zn-eppuroMm HabaoogaeTcs ca

kpuBou K,,,(¢') mpu wacrorax 1o 1 I'T'm.
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Puc. 7. 3asucumocru napamerpos crniektpos K, (f) or musiexrprdeckoli NporuiiaeMocTy €' MaTpunel (HamoaauTens 2000HM

(a) m 2000HH 6)): I — K} 2 — K,

otp orp TIPH cbukcuposannoit gacrore 0,1 I'T; 3 — momo:xeHne MEHIMYMA ITOTIOIIEHHS [,

Fig. 7. Dependences of the parameters of K, (f) spectra on the dielectric permittivity ¢’ of the matrix (filler 2000NM (a) and
2000NN (b)): I — K=&, 2 — K, ¢ at a fixed frequency 0.1 GHz; 3 — position of the minimum absorption f,

3akaroueHue

Ananmmus dIEKTPOPUINIECKUX U PAIHUOIOTIIO-
HIAIOIAX CBOMCTB (PEePPUT-AUDIEKTPUUECKUX KOM-
[03UTOB IIOKA3BIBAET, YTO 3JIEKTPOMATHUTHbIE CBOM-
CTBA TAKHX KOMIIO3UTOB B 3HAYMTE/NBHON CTEIIeHU
OTIPeieNITCH BIeKTPOPUBHUECKUMH CBOHCTBAMU
deppuTOBBIX  BKJIIOYEHHH. BbICOKas  sIeKTpo-
mpoBogHOCTE Mn-Zn-eppura 06yciaBIuBaeT BbI-
PasKeHHYI0 3aBHCUMOCTH € OT KOHIIEHTPAIIUH BKIIIO-
YEeHWH M YaCTOTHBIN CABHUI 00JIACTH JUCIIEPCHU MAar-
HUTHOU mpoHHuIaeMocT. JlaHHble 0COGEHHOCTH
9JIEKTPOMATHUTHBIX XapPAKTEPUCTHK, B CBOIO Ode-
pelb, BAUSIOT HA PAIUOMOIIONIEHHE B IMOJyIYeHHBIX
obpasrax. Bmecre ¢ TeM paguoIorIomanIire CBO-
CTBa KOMIIO3HTOB B3aBHCAT TaKKe OT IHIJIEKTPH-
YECKHX CBOMCTB MaTpHUIlbl. MOKHO yTBEP:KIATD, YTO
g kommosuruii ¢ 2000HH u 2000HM mmeercs omn-
peleneHHoe 3HAUYeHUE JUIIeKTPUIECKON IIPOHUIIae-
MOCTH MATPHIIbI, O3BOJISIOIIEe MAKCUMU3UPOBATH
PAIMOIIOTIONIAIINE XapaKkTepucTuku. [l koMmo-
3UTOB ¢ HanojuuteneM us Mn-Zn-geppura npu au-
SJIEKTPUYECKOU IIPOHUIIAEMOCTH MATPHUIIBI 2,5 — 3 u
maccoBoii kourentpanuu C,, = 40 — 60 % mnuxosoe
ocnabnenne Mo:xeT mocturath 25 1B Ha uacrore
4,2 T C yBenuueHueM KOHIIEHTpAIMu peppura
mapku 2000HM u pocTom Au3IEeKTPHUIECKON ITPOHU-
1[AeMOCTH MAaTPHUIILI PAIHUOIIOTIONIAIOIINE CBOHCTBA
KOMIIO3UTOB yXyainaorcd. [Jd KOMIIO3UTOB HA OC-
noee 2000HH mnpwu smavenwsx € marpuibl 2,5 — 3
BBIPAKEHHBIMH PaIHOIIOTJIONIAIOIINMY CBOMCTBAMU
XapaKkTepusynTca ToIbKo KoMmo3utsl ¢ C,, = 80 %.
OTIuYHBIME XapaKTePUCTUKAMHE 00J1aaeT KOMIIO-
sut TBK-3/2000HH, y KoToporo MuHUMAIBHBIH KO-
acpduimenT orpaxenusa gocruraer — 22 n1b Ha gac-
tote 3,5 I'T. Takum ob6pasom, cepunt IOIYIEHHBIX

KOMITO3HUTOB MOKHO paccMaTpuBaTh KaK paauo-
ITOTJIOIIAIIIHE MATePHUAbI JJIs AUANA30HA YacTOT
1-6I'Ta ¢ MmakcuMaIbHBIM OCIA0IEHHEM DIIEKTPO-
MarHMTHOIO M3JIydYeHus B auamnasome 14 — 27 n1b u
paboueii mosocoit yacror (Mmeree 10 1B) B nmamaso-
e 1,1 - 2,5 T

duHaHCHPOBAHHE

PaGora BBIIOIHEHA 3a CYET CPEACTB IIPOEKTA
K7-2022-053 (mporpammsr passutus HUTY «MU-
CHUC» ma 2021 — 2030 rr. 1 cTPATETHIECKOTO aKae-
Mugeckoro aguaepcrsa «[Ipropuret-2030»).
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HNCCJIEJOBAHUE CTPYRTYPBI HAHOIIOPUCTBIX KEPAMHUNYECKHUX
MATEPHWAJIOB HA OCHOBE UTTPUA

© Poman /ImutpueBunu Kanmycrun, Baxepuii UBanoBuu YBapos,
Annpert Onerosuu Kupmiros®, Baagucaas Onerosuu KonbiTckmia

HHcTuTyT CTPYKTYPHOU MaKpPOKHWHETHKH U mpobiiem marepuanoBenenus umenu A. I'. Mepsxkanosa PAH (MCMAH), Poccus,
142432, MockoBckas 06i1., r. YepHoronoska, yi. Akagemuka Ocumbsina, 1. 8; *e-mail: kira@ism.ac.ru

Cmamus nocmynuaa 5 urons 2023 2. Ilocmynuaa nocae dopabomru 28 uiorns 2023 2.
Ilpunama k nybaukayuu 23 okmsbps 2023 ..

ITopucrbie KepaMuIecKrie MATEPHUAIIBI C BHICOKOM IPOU3BOUTEIHHOCTHIO (DHIBTPOBAHMUS IIIHPO-
KO IIPUMEHAIOT B YCIOBUAX WHTEHCUBHBIX XUMUYECKUX, TEPMUYIECKUX U PAUAIMOHHBIX HATPY-
30K. B pabote mpencraBieHb! pe3ynbTaThl UCCIENOBAHNUA CTPYKTYPHI X MOP(OIOTHH IIOPOBOTO
MIPOCTPAHCTBA KepaMHudecKrux MeMOpaH. B kauecTBe OCHOBHOTO KOMITOHEHTA-3aII0THUTEI S UCIIO-
JIb30BAJIN YJIBTPAJUCIEPCHBIN TYTOILUIABKUM NOPOIIOK Y03, CHHTE3 OCyIecTBIAIN MEeTOaMHU
KOMIIAKTHPOBAHUA, TEXHOIOTMIECKOTO TOPEHU ¥ CAMOPACIIPOCTPAHAIOIIETOCA BEICOKOTEMIIEPaA-
TypHOro cunTe3a. [IpuMeHeHe yIbTpaJuCIIepCHBIX CIEKAIONINX T00aBOK C BHICOKOPA3BUTOM I10-
BepxHOCTEI0 (MgO — 5 MrM, SiC — 3, Si0y — 5 MEM) 1103BOIHIIO 00€CIeYnTD SHEPro3(hdhEKTHUB-
HOCTH CHHTE3a BBICOKOIIOPHCTHIX KEPAMUYECKHX MAaTEPHAIOB IIPX HU3KUX TeMmieparypax. AHa-
JIN3 CTPYKTYPBI U ITIOPOBOTO IIPOCTPAHCTBA METOIOM PTYTHOHN HOPOMETPHH ¥ aJIbTePHATHBHBIMHI
MeTOZaMH TIOKAa3aJ, YTO CPEIHUM pasMep II0p B CHHTe3UpOoBaHHOM 3D MaTpmiyHOM KOMIIO3UIIH-
OHHOM MaTepuaje Ha OCHOBE MaTPHUIIbI M3 OPTOCHINKATA UTTPHS C HATIOIHUTEIEM U3 OKCHUIA UT-
TpusA cocTaBisger 1,1 MKM, SKBHBaJIEHTHBIN TUIPABINYECKUH quameTp nop — okoiao 100 HM.
Pasnuna onpenenaerca BapHaTHBHOCTBIO CEYEHUH U BHICOKOM M3BIIIMCTOCTHIO IIOPOBBIX KaHAa-
710B. TT0CKOMBKY TIOTHOCTH MATEpHAaia COCTABISAeT 2,3 T/cM3, a IPOYHOCTh HA CHKATHE — OKOJIO
2 MITa, maTepuan MOKeT JIETKO [OBEPTraThCs MEXaHUIECKOH 00pab0TKe TBEPAOCILIIaBHBIMH UH-
CTPYMEHTaMHU U IIePCIIEKTHBEH I CO3[aHuda U3NeIui cnokHoH dopMbl. Ilomyyennsie pesyis-
TaThl MOTYT OBITH KCIIOJIB30BAHBI [IPU Pa3paboTKe SHEProa(p(EKTHUBHON TEXHOJIOTUN OSHOCTA-
JUIHOTO IIPOU3BO/ICTBA (DUIBTPOB HA OCHOBE OKCH/A UTTPHSA C BHICOKOH ITOPUCTOCTHIO IJIS IIPU-
MEHEHU B YCIOBUAX BO3IEHUCTBUA PAAUAIMOHHOIO H3JIyIeHUs, arPECCUBHBIX CPEZ M BBHICOKHX
TeMIIepaTyp.

KimroueBsnie cioBa: mopomkn Yo,0Os; KyOmdeckasd CHHTOHHSA; KOMIIAKTHPOBAHME; KepaMUKa;
(pUABTP; HAHOTIOPUCTOCTD.

STUDY OF THE STRUCTURE OF YTTRIUM-BASED
NANOPOROUS CERAMIC MATERIALS

© Roman D. Kapustin, Valery 1. Uvarov, Andrey O. Kirillov,* Vladislav O. Koputsky

Merzhanov Institute of Structural Macrokinetics and Materials Science, RAS (ISMAN), 8, ul. Academica Osipyana, Cherno-
golovka, Moscow obl., 142432, Russia; *e-mail: kira@ism.ac.ru

Received June 5, 2023. Revised June 28, 2023. Accepted October 23, 2023.

Porous ceramic materials with high filtration performance are widely used in conditions of high chemical,
thermal and radiation loads. The results of studying the structure and morphology of the pore space of ce-
ramic membranes are presented. Ultradispersed refractory powder Y203 was used as a main compo-
nent-filler. The synthesis was carried out using compaction, technological combustion and self-propagat-
ing high-temperature synthesis. The use of ultradisperse sintering additives with highly developed surface
(MgO — 5 pm, SiC — 3, SiO, — 5 pm) allowed us to ensure the energy efficiency of synthesis of high- po-
rous ceramic materials at low temperatures. Analysis of the structure and pore space using mercury
porometry and alternative methods showed that the average pore size in the synthesized 3D matrix com-
posite material based on yttrium orthosilicate matrix with yttrium oxide filler is 1.1 pm, the equivalent
hydraulic pore diameter being about 100 nm. The difference is attributed to the variability of cross sec-
tions and high tortuosity of pore channels. Since the density of the material is 2.3 g/em? and the compres-
sive strength is about 2 MPa, it can be easily machined with carbide tools being a promising material for
manufacturing products with complex shapes. The obtained results can be used in developing energy-effi-
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cient technologies of one-stage production of yttrium oxide-based filters with high porosity to be used un-
der conditions of exposure to radiation, aggressive media and high temperatures.

Keywords: Y,05 powders; cubic syngony; compacting; ceramics; filter; nanoporosity.

BBenenune

Ilopucreie MaTepuanbl U U3JeINA, BKIYAT I10-
JUMepHbIe (PUIBTPHI, IIUPOKO MPUMEHSIOT I pas-
angHbIX 3ama4 duabrparuu [1 - 3]. K #emocraTkam
TIOJTUMEPHBIX (PUIBTPOB OTHOCAT HHU3KHE IIPOY-
HOCTB, KOPPO3HUOHHYIO ¥ TEPMHUIECKYI0 CTOUKOCTH, a
TaKIKe MAJIBIH CPOK CIIy:KOBI [4].

OrcyTcTBHE OOJBIIMHCTBA HTUX HEAOCTATKOB Y
(pHUABTPOB U3 MOPUCTHIX KEPAMHUYECKUX MATEPUAIOB
II03BOJISIET UCIIOIb30BATh UX IIPU BHICOKUX TeMIIepa-
Typax ¥ B arpecCUBHBIX Cpefax B mporeccax QUiIbT-
paiuu, pasaeneHus ra3oB, Pa3IHYHBIX DIEKTPOXHU-
MHUYECKHUX IIPOIIeCcCax, KOrja MPUMEHEHHe APYyTUX
MaTepHaIoB 3a4acTyi0 TEXHOJIOTUIECKH HEBO3MOK-
HO [3]. OT™MeTHM, 9TO paguaIliOHHAS CTOHKOCTh Ke-
paMUYEeCKUX U3ETUH U3 Pa3INnIHbIX OKCUIOB (aiio-
MuUHHSA (ITOJMM- U MOHOKPHUCTAJIIMYECKOr0), Oepui-
Jvs, CKAaHAHUsA, UTTPUA, IUPKOHUI U IP.) CYIIECTBEH-
HO pasauuaercd [5].

Hawubosee cunbHOe BiIusHHE 00/IyIeHNe OKa3bI-
BaeT Ha MeXaHWYeCKHe CBOHCTBA M KOPPO3HOHHYIO
CTOMKOCTB BCJIE[[CTBUE PATUAIIMOHHOTO PACIyXaHUs
KPUCTAJLIMYECKOM PEeIIeTKH Marepuana u paspy-
mreHus cBas3eil. Tak, camoe cyliecTBEHHOE JECTPYK-
THBHOE BIUAHUE HA KOHCTPYKIIMOHHBIE Y3IIbI U 3JIe-
MEHTBI PEaKTOpPOB OKa3bhIBaeT HEHUTPOHHOE OO0JIy-
yenne. YacTUIbl — MPOAYKTHI SAEPHOH pPeaKIHu
(HampuMep, HEHTPOHBI WIKW HOHBI) — ABIIKYTCA C
BBICOKOU CKOPOCTBIO [0 CTOJIKHOBEHWS C IIPEIT-
creueM. [Ipu coymapeHuu oHu mepenamT CBOIO KH-
HETUYECKYIO0 SHEPTHIO aTOMAaM KPUCTAIMIECKOH pe-
IIETKH MATEePUAaIOB, YTO IPUBOUT K KACKAY aTOM-
HBIX CMEII[eHUH U HAKOIJIEHWIO TOYEUHBIX Je(peKTOB
B Buje mnap Ppenkens [6].

O6paruoMy mpoIecCy PeKOMOMHAIIUKA HAKOII-
JIEHHBIX TOYEYHBIX Je(PEKTOB IPEMITCTBYeT Kac-
KaJHOCTh UX HAKOIUIeHHA. AHH30TPOIIHOCTh Xapak-
Tepa HAKaIIMBAEMbIX M3MEHEHWH 3aBUCHT KaK OT
KOHIIEHTpAIlU¥, TaK W KOH(MUTypaIruu paguaiiu-
OHHBIX JIe(DEKTOB, OIpPEJEeaAEeMbIX AHU30TPOIIHEN
KPUCTALIMYECKOM peIIeTKH Marepuania, IoJBepra-
emoro 6ombOapaupoBre. UeM HmKEe COpasMepHOCTD
TpaHCAANUH (rpaHei U YIJIOB) KPUCTAIIMYECKOM pe-
HIETKH 00IydaeMoro MaTepruaia, TeM HecTabuIbHen
mpoliecc PeKOMOWHAIINK ¥ BbIllle aHU30TPOIHUA Pa-
IUAIlMOHHOTO paciyxaHwsa. Takum oOpasoMm, Hau-
0osee CTAOMIBHBIMH IIPH BO3JAEHCTBUU pPalUAaAIlUNU
MOTYT OCTaBaThCA MaTEPHUANIBI, 00Jafalole Hu30-
TPOITHOM KaTeropuel CHCTEeMBbI KPUCTAIINIeCKOU
peleTky, T.e. Kyomdaeckoi [7].

OunbTpyoure dIeMEHThI U3 BBICOKOTEMIIEpa-
TYPHOU KEepaMHUKH HA OCHOBE OKCHIA HUTTPUS MOTYT

HE TOJBKO BBIIEPKUBATh WHTEHCUBHbBIE PATUAIIIOH-
Hble U XUMUYECKUe HATPY3KH, HO U AJIUTEIHHOE Bpe-
Ms paboTaTh B YCIOBHUAX BBICOKHMX ILIOTHOCTEH IIO-
TOKOB MPOAYKTOB SIIEPHOTO AeieHud. Kie oqHo ux
MIPENMYIIIECTBO — IIPOCTOTA pEreHepaIuul IIoCpe-
CTBOM IIEPHUOJUIECKOTO YAATEHUS HAKOIMUBIINXCS
3arpsasHeHud (PagHOaKTHBHOM MHUIH) O00paTHOMH
IIPOLYBKOM WUJIM IIPOMBIBKOM.

A PeKTUBHBIH CUHTE3 KePAMUIECKUX MaTepHa-
0B TpefyeT IMOHHUMAHUA MEXaHU3MOB PEryJIUpOBa-
HHS TOPHUCTOCTH ¥ IPOHUI[AEMOCTH MAaTepPHUAIOB B
IIUPOKUX IPefieNiax, a TaKKe BO3MOKHOCTH IOJIyde-
HHSA MaTEPHUAJIOB C 33JaHHOM MOPUCTOCTHIO U BEJIH-
yuHo# mop [8]. Heobxomrma kauecTBeHHAs OIEHKA
BIIUSAHUA CTPYKTYPHO-PasMepHbIX (haKTOPOB HA (DH-
3UKO-MEXaHUIECKHE XAPAKTEPUCTUKUA CHHTE3Upye-
MOTO MaTepuana.

[ens paborel — wuccaefnoBaHUE CTPYKTYPHI H
MOP(OJIOTHH TOPOBOTO IIPOCTPAHCTBA KepaMHu-
YecKux MeMOpaH (B TOM YHC/Ie HAHOIIOPHUCTHIX) Ha
OCHOBE OKCHJa WTTPUA, CHHTE3UPOBAHHBIX I
(pHUABTPYOUINX DIIEMEHTOB.

Marepuasbl, METOTHKA, 000OPYIOBAHHE

B cunTesmpyeMoM KepaMHUYeCKOM Marepuaie
MIOPUCTOCTh U Pa3Mep MOP 3aBUCAT OT HECKOJIbKUX
HCXOMHBIX TEXHOJIOTHYECKHUX IIapaMeTpOB, OCHOB-
HbI€ N3 KOTOPBIX — pasMep 4YacCTull UCXOJHBIX IIO-
POIIIKOB, COOTHOIIIEHHE Pa3Mepa 3ePeH 3ar0THUTEeNs
¥ CBSI3KM B WMCXOMHOH IIHMXTE, a TAKKe JaBIeHUE
[IPECCOBAHUSA U PEKUM TEPMO0OPAOOTKN MaTepHuaa.

PaspaboTky QyHKIIHOHATBHBIX PATAAIIMOHHO-,
TEePMUYECKH- U KOPPO3HOHHO-CTOMKHX KepaMmude-
CKUX MATEpPHAaOB OCYIIECTBIAIN HA OCHOBE TYIO-
mraBKoro mopomrka Y,0g, obimamaroriero KyOmdae-
CKOM KpHCTA/UIMYECKOHW perreTkoi. OrMernm, dTO
OKCHUO HUTTPpUA HMeeT OIUH BAKHBIM TEXHOJIOTH-
YeCKUi HeJloCTaTOK — WHEPTHOCTH K CIIEKAHMUIO, I10-
9TOMY HEOOXOIWMO WHCIIOJIb30BATh JU00 BBICOKHE
TeMIepaTypbl 06:Kura, Ju60 CHeIruaibHbIE CIIeKa-
foIue 106aBKH, CYI[EeCTBEHHO CHUKAIOIIHE 9Ty TEM-
meparypy.

Hns sHeprosdeKTHBHOrO CHHTE3a BBICOKO-
MTOPUCTHIX MeMOpaH C 3a[aHHBIM PasMepoM IOp Ha
OCHOBE€ TYTOIUIABKUX, MHEPTHBIX K CIIEKaHHUIO KOM-
[TOHEHTOB IPUMEHSIA COYeTaHMe METO0B KOMIIAK-
THPOBAHUSA (IIPECCOBAHMS, DKCTPY3UH), TEXHOJIOTHU-
YECKOTO TOPEHUS U CAMOPACIIPOCTPAHSIIONIEr0CT BbI-
coxoremneparypuoro cuutesa (CBC) [9, 10]. 9to
II03BOJISITIO HE MUCII0Ib30BaTh BHICOKHE TEMIIEPATYPhI
IJIST CTIEKAHUA U YIIPOYHEHHUS.
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Puc. 1. Pacnpeznenenue gacTui ncxogHoro mopoirka Y,04 o pasMepamM (a) ¥ ero MEKPOCTPYKTypa (6)

Fig. 1. Particle size distribution (a) and the microstructure (b) of the original Y,05 powder

B xauecTBe 0CHOBHOTO KOMIIOHEHTA (3aII0THUTE-
J) B KCXONHOH IIOPOLIKOBOM CMECH IIPHMEHIHN
YABTPaAUCIEPCHBIH MOPOIoK Y,0O5 mapku Hrto-B.
Pacnpeznenenue gyactuiy mopomka o pasmepam OIl-
penensiau Ha a3epHOM aHamudatope dactuil Micro
Sizer 201 [11]. Pesyabrar usmepenuii rmpeacTaBieH
Ha puc. 1.

Pasmepsr uactun samomaurens Yo,05 Bapbupo-
Basuchk ot 0,2 mo 50 MKM, IIPU 3TOM OCHOBHaA Macca
vacrurl (80 %) obnamana pasmepamu oT 3 10 20 MEM.
YmenpHAsd MOBEPXHOCTh MCXOIHOTO IMOPOIKa YoOj
cocrasisana 3,2 m?/r.

Hna vaTeHCH(UKAINU CHEKAHUS U YCHUJICHUA
CBA3W MEXy 3€pHaMu 3allOJTHUTeJ/Id B KadeCTBe
CBfI3KH B WMCXOMHYIO IIUXTY BBOIUIN MOOABKU YIIb-
TPAAUCIIEPCHBIX KOMIIOHEHT C BBICOKOPA3BUTOM
moBepxHocThIO: MgO — <5 mrm (I'OCT 4526-75);
SiC — ~3; Si0y — ~5 mem (mapru SYLOID AL-1
FP). Kpome Toro, misi CBS3KM BBOIHJIK IIOPOIIOK
kapbumga Kpemuwnsd, npurorosiennsii merogom CBC.
Ilonyuennsbrii TakuM 00pa3oM MPOAYKT CHUHTE3A
BrIouan B-dpasy rapbuma xpemuusa (90 % macc.) u
MPEeACTAaBIAT COO0M KOHIIIOMEPATHI, COCTOAIINE W3
YACTUI] PABHOOCHOH (POPMBI CO CPETHUM JUAMETPOM
2 — 3 MEM.

Cumemrenne mopoinka 3samnonuutens Yo,0s; co
CIEKaIOIUMHU T00aBKaMHU IIPOBOAWIM B CMECHUTEIe
tuna drum tumbler B Teuenme 2u (CKOpOCTH —
30 06/MuH), OMHOOCHOE TIPECCOBAHUE — Ha THUIPAaB-
audeckoM Tmipecce mpu npasienuu 40— 70 MIla B
teuerue 15 c. Ilomyuennnie B popme nmucra (mma-
merp — 40, Tommuua — 8 MM) o0pasier (puc. 2)
CIeKant B 1ab0paTOPHOM KaMepHOH 3JIeKTPOIeun B
cpene Bo3ayxa mpu Temieparype 1400 °C.

2(0) AT

Puc. 2. Cunre3supoBaHHBIN SKCIIEPUMEHTAIBHBIN 00paser]

Fig. 2. Synthesized experimental sample

CTpyKTypy CHHTE3UPOBAHHBIX MaTepHuayioB (da-
30BBIU COCTAB, PA3MEPHOCTH, (DOPMPAKTOPHI MHKPO-
CTPYKTYPHBIX COCTABIAIOIINX) HCCAEIOBAIH METO-
mamu pentreHogasosoro anamusza (CuKa-usmyde-
uue, 20 = 20 — 80°) u CKAHUPYOIIEH SIEKTPOHHOH
mugrpockonuu (Zeiss Ultra+, Oxford Inca spectro-
meter and Aztec software). OTKpbITYI0 TTOPHCTOCTD
M3TOTOBJIEHHBIX MeMOpaH OIpefeNsisii METOIOM Ba-
KYyyMHUPOBAHUA C TMOCTEAYIOIINM HACBIIIEHUEM JKHU]I-
koctu (I'OCT 2409-80), ynenbHy0 TOBEPXHOCTh —
onHoTOoYeuHbIM MeTomoM BAT (Mmeromom Bpyuayspa,
Ommera u Tennepa HA OCHOBE TEOPUU HOTUMOIIEKY-
JIAPHOH azcopbiiru) Ha mpubope «I"azoxpom-3101».
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Puc. 3. Ycranoska ayis onpenenenus pasmepa mop KepaMu-
4ecKux 06pasios

Fig. 3. Pore size test rig for ceramic samples

Pasmep momydeHHBIX IIOp OUPEAENANN TaKKe
MEeTOIOM TOYKH Iy3bIPHKA, [JIA YEro MCIOTb30BaIHN
CHEIUANTN3UPOBAHHYI0 Ja00pATOPHYIO YCTAHOBKY
(puc. 3). Jlauubiii crrocob TPUMEHHUM IIPU HUCCIEI0-
BaHWM TIOJUMEPHBIX YIbTPa- W MHKPOQUILTPA-
[HOHHBIX MeMOpaH ¢ pasmepom 1mop 0,1 — 15 mMrm.
Mertop 3akmouaercsi B M3MEPEHHN MUHHUMAIBHOTO
IABJIeHUA rasza, TpedyeMoro AJf MPOXOXKACHUI IIy-
3BIPHKA Ta3a 4Yepe3 MOPhI IUIOCKOH THUAPOQUILHOM
(rugpodobHOI) MeMOpaHbl, IPOIUTAHHON BOIOM
(ctimpTom).

O6cy:xkaenne pe3yabTaToB

CrpoeHne MOPUCTON KEPAMUKHU 3aBHUCHUT OT pas-
Mepa ¥ (POPMBI 3€pPeH 3amO0JIHUTENA, €r0 COOTHOIIIe-
HUS CO CHEeKaIlelcsa yIIPOUYHAIIIe TOHKO3epHU-
CTOU COCTABIAIOIIEH, OT [JaBJIEHUT MIPECCOBAHU,
HAIWYUs U KOMIMYECTBA IUIACTU(DUKATOPOB W KUI-
KUX OPTaHUYECKUX CBSI30K, 00JIer4arolux mpeccoBa-
HUFe, U OT PEeKUMOB TepMoobpaboTku [12, 13].

Ha ocHoBe MaccuBa sMIHPUYECKHUX TAHHBIX I10
CHHTEe3y IIOPUCTHIX KepaMHUYeCKHUX Marepuanos [14,
15] 6bLT0 OTpeaeseHo, YTO [IJId MOLyIeHUs (PUILT-
poB ¢ neneBbM pazmepoM mop 100 — 200 am mcxon-
HBIH TTOPOIIOK-3aI0IHUTENb Y9O35 HEOOXOAMMO CcMe-
IIATh C YABTPATUCIEPCHBIME CIIEKAIOIUMU T00aB-
KaMmu B cooTHoOIeHuu 87:13 mo macce.

Cy1ecTBeHHOe BIHMSHHE HA MOPO0Opa3oBaHIeE
OKA3bIBAET TAK:Ke MpHaraeMoe JaBjIeHUEe IIPecco-
BaHUA, KOTOPOE JaeT BO3MOYKHOCTH PEryJIHpOBaTH
MIOPUCTOCTh MaTepuaia W B HEKOTOPBIX IIpefenax
MEHSATDH pasMep Iop, YTO MO3BOJITET IMOJyUUTh MaTe-
puai ¢ TpebyeMbIMHU CBOMCTBAMH.

[TnoTHOCTH 06GPA3IOB MPU XOJOMHOM IIPECCOBA-
HUY HEIMHEHHO BO3pAcTaeT C MOBBIIIIEHHEM [aBie-
HUS [IPEeCCOBaHuUs B Ipecc-popMax, ¥ KpUBaA yILIOT-
HEHWS TIOPOIIKOBOTO MAarepuaia BEIYAeT TPHU
ocHoBHBIE ctamuu [4, 16]. Ha mepBoit mpoucxogut
VKJIAMKa YACTHUII, IIPEIKIe BCETO 3a CUeT yCTPaHeHUI
CBOOOMHBIX IIPOCTPAHCTB MEKIY HUMH ¥ YBEJIH-
YeHWs IUIONIAAA KOHTAKTOB B IIPOIECCE B3aMMHOTO
CKOJIBKEHUS YaCTHIl, HO 6e3 ux medpopmariuu. Bro-
pas cragus He Bceraa sipko BeIipaxkeHa. OCHOBHOe ee
MposiBieHre — yrpyras fedopmarius (OTTaJIKHBa-

Puc. 4. Mukpocrpykrypa usiaoma obpasia

Fig. 4. Microstructure of the sample fracture

HUe) YaCTHI[, IIOCKOJBKY O0OJBIIAS 4YacTh IIyCTOT
ObLTa JTUKBUIWPOBAHA Ha TEpPBOI craguu. Bemen-
CTBHE 3TOTO YACTHUIBI IVIOTHO COIPHKACAIOTCI IPYT
C IPYroM ¥ OKA3bIBAIOT COIPOTUBIIEHUE CIKATHUIO.
Ha tperbeit craguu nedopMarius 4acTull CTAHOBHUT-
csi HeoOpaTHMOM ILIACTHIYECKOH JTHUOO0 ITPOUCXOIUT
XPYIIKOE paspyIllleHue YacTHIl.

C yBennyeHneM ILUIOTHOCTH YMEHBIIIAETCA TOPO-
Boe mpocTpaHcTBO B Marepuane. CriemoBarenbHO,
3aBHCHUMOCTH TOPKUCTOCTH U pasMepa Iop OT JaBie-
HUS TIpeccoBanusd OyaAyT 06paTHBIMHU IT0 OTHOIIIEHUIO
K KPHUBOM 3aBHCHUMOCTH IUIOTHOCTA OT JABJIEHHS
IIPECCOBAHMUS.

Hdna moctwskeHusa TpebyeMbIX MPOYHOCTHBIX U
9KCIUIyaTAIMOHHBIX CBOMCTB MeMOpAHBI CIIEyeT
MPOBOUTH IIPECCOBAHHE B OOJIACTH AABIEHUH B
rnpepenax yrupyrow mgedopmariuu (BTopas CTAIWT).
IJKCIIEPUMEHTATIBHO OBLI0 YCTAHOBIEHO, YTO OIITH-
ManbHad 00JaCThb NABIEHUH MPECCOBAHUA I WC-
MOJb3yeMOl MOpPOIIKoBOM cMmecu — 40— 70 Mlla.
B sTux mpemenax BO3MOKHO JOCTHIKEHUE I[€IEBOTO
pasmepa IOp Marepuaia ¢ obecredeHHeM MaKCHU-
MAaJIBHOU ITOPUCTOCTH IPHU OJHOBPEMEHHOM ITOJIyde-
HUM ONTUMAIBHBIX (PH3UKO-MEXAHUIECKHUX Xapak-
TEPUCTHUK.

Ha pwuc. 4 npuBeseHa MHKpPOCTPYKTYpa M3I0Ma
IIOPUCTOTO KepaMudeckoro obpasia. Mopdomorus
MaTepuaja MO03BOJIAET CAelaTh BBIBOL O BBICOKO-
PasBUTON TIOPUCTOM CTPYKTYpE, MPEACTaBIIAIONIEHN
co60# TpPEXMEpPHYIO SYEHCTYIO CeTh, KOTOpas He-
CKOJIBKO HEOMHOPOJHA II0 pasMepy U popM-paKkTopy
OCHOBHBIX CTPYKTYPHBIX 351eMeHTOB. OueBuIHO, 5TO
CBA3AHO C TE€M, YTO HOPOIIOK 3aII0THUTEINI IIPU Pas-
Mepe 6oabIuHCTBA 3epeH oKoio 10 MM obmamat
BapHATUBHOCTHIO Pa3MepoOB OCHOBHOM MAacChl dac-
TUIl B TIpenenax 3 — 20 MEM.

ArperaTbl OKCHIA UTTPHUA, YACTHYHO COXPAHUB-
IIMEeCS TI0CITe TIPOXOKASHHUS MpoIlecca CHHTe3a, paB-
HOMEPHO pacIpefiesieHbl B 00beMe Marepuana (CM.
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Fig. 5. Phase composition of a porous ceramic material

puc. 4). IIpu sToM mo Kpasm uactun HabmOgAETCA
HaJIUYHe JUTHIX CTPYKTYP, 00PA30BAHHBIX B Pe3yJib-
Tare xuUAKopasHoro creranud. OcralbHOH 00BbeM
MaTepuaga COCTaBIAIOT BHICOKOPA3BUTHIE JEHIPUT-
HbIe CTPYKTYPhl B BHE HEIPEPHIBHOM MATPHIIHL.
ITH CUHTE3UPOBAHHBIE CTPYKTYPhl BHU3YAIbHO
UIeHTU(PUIIUPYIOTCA KAaK OPTOCHIHKAT HUTTPUI
(Y,Si0;) [17, 18], obpasoBasiuiics B mpoliecce cie-
KaHUsA B JKUIKOH pase ¢ yIacTheM CBI3YOIIHNX 100a-
BOK. J[06aBKM KpeMHHUHOPTaHUIECKUX CBA30K B IIPO-
mecce cuHTesa obpasyroT akTupHbIM Si0,, B3aumo-
JMEHCTBYIOMMH C OKCHIOM UTTPUS C 00pa3oBaAHHEM
Y,SiOs.

Hauubie cTPYKTYPBI QOPMUPYIOT IIPOYHBIN Kap-
Kac MeMOpAaHbI ¢ PA3BUTOM CETUYATO-IIEUCTON CTPYK-
Typoii. Mopdomorust maTepuana 0671a1aeT HEOIHO-
POIHOCTHIO B MHKpoMaciiiTabe, HO B MAKpOMAaCIIITa-
06e oHA OMHOPOJHA BO BCEX HANPABIEHUIX. TaruMm
obpasoM, cuHTe3upoBan 3D MATPUUIHBIN H30TPOIM-
HBI KOMIIO3UITUOHHBIN KepaMW4ecKUU MaTepuall C
MaTpHIleld Ha OCHOBE OPTOCHJIHKATA UTTPHUSI U Ha-
noauTeneM us Y,0s.

Ilopp!l B cHHTE3UPOBAHHOM MaTepUaie HUMEIT
(bopMBI B OCHOBHOM OKpPYIJIbIE H HILIHIICOHIHBIE.
Bunumeiii pasmep mop Bapsupyerca ot 0,2 1o
2 MKM, 4TO HA TOPSAJOK MEHBIIE pasMepa YacTHIl
samomauTens (+10 mm). OgHAKO OMpeIeneHue mo-
pUCTOCTH ¥ pa3Mepa MOp 06pa3IOB [0 CHHUMKAM
3JIEKTPOHHOM MUKPOCKOIINHY 3aTPYAHEHO, IIOCKOIBKY
IIOPBI, KaK MPABUJIO0, XapaKTePU3YIOTCI O00BEMHOM
IIPOCTPAHCTBEHHOM CTPYKTYPOM IIepeMeHHOro aua-
MeTpa.

Ilonyunnu cremyiorye pesynabTaThI UCCIEI0BA-
HHS IIOPOBOTO IIPOCTPAHCTBA: CPENHSAA OTKPBITAT
nopucroctb — 48 %, ynenbHAs IIOBEPXHOCTh —
1,8 M?/r, 5KBUBAJIEHTHBIN THIPABIMIECKUAN JUAMETD
OTKPHITHIX ITop — 100 HM.
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Fig. 6. Pore size distribution in the material (mercury
porometry method)

Ananmus ($asoBoro cocraBa H3JIOMa MOPHUCTOTO
KepaMHYecKoro Marepuasa, IPOBEJeHHBIA ¢ IIo-
morbio PPA, Beiasun Hamuune Y,05, OPTOCHIHKA-
Ta UTTPUA U OKCUAA MarHud (puc. 5). 3amMeTuM, 4To
OPTOCHJIMKAT WTTPHUA 06pA30BajJCI B Pe3yIbTare
YaCTUYHOTO B3aMMOJIEHCTBHA MOPOIIKOB B IIPOIlECCe
SKUIKO0(A3HOTO CIIEKaHUs YIbTPAIUCIEPCHBIX M00a-
BoK Si0, 1 Kapbuma KpeMHHusI.

MetromoM pPTYTHON IIOPOMETPHUH YCTAHOBUIIH,
YTO TMOPHUCTHIM KepaMUYECKU MaTepHaa HA OCHOBE
samoauuTenss Yo05 06amaeT HTPaKTUIECKH HIEH-
TUYHBIM MEIHAHHBIM PasMepoM IIOp KaK II0 06beMmy
UHTPY3UU PTYTH, TAK U IO ILIOIIALU IIOBEPXHOCTH.
B coueranunu ¢ 1eHAPUTHBIME CTPYKTYPaMH OPTOCH-
JIMKATa UTTPHSI chOPMUPOBAH MATEPHUAJ C PA3BUTOM
MMOBEPXHOCTBIO C obecrieyeHreM (POPMUPOBAHUS B
HEM IPEBAIUPYIOIIETO KOJIUYECTBA IIOP HAHOPA3-
MepHoro auanasona (6osee 76 %) (puc. 6).

B Tabaune mpuBemeHb! (QUBUKO-MEXaHHYECKHE
XapPaAKTEePUCTUKHA CHHTE3UPOBAHHOTO KOMITO3UITHOH-
HOTO MaTepHaia, COCTOAIIETO U3 MATPHUIIHI HA OCHO-
Be OPTOCHIHNKATA UTTPHUA C HAMOTHUTEIEM U3 OKCH-
1A UTTPHS.

IIpoBenentbie wuccieqoBaHUA ITOKA3ATH, YUTO
IIOPUCTOCTD U yJeJIbHasd IIOBEPXHOCTb, U3MEPEHHbIE
PTYTHOU TOpPOMETpPHEH U albTEepPHATUBHBIMHU CIIO-
cobamMu, XOPOIIO KOPPEIHUPYIT MEKAy CO00H st
JAHHOTO Marepuaia, OONBIITUHCTBO IIOP KOTOPOTO
npesbimaioT 100 — 200 am. Cpennuit pasmep mop,
Olpele/IEeHHbIH METOJOM PTYTHOH IOPOMETPUU
(1111 uM), IpEMEPHO HA MOPSAZOK IPEBOCXOTUT DK-
BUBaJIEHTHBIN THUAPABINYECKUN IuaMeTp KaHAaJIOB
(100 um) B Marepuaje, HU3MEPEHHBIH METOIOM TOY-
KH My3bIPhKA. JTO CBI3aHO IPEKE BCETO C BapH-
ATUBHOCTBIO C€YCHHA OTKPBITHIX IIOPOBBIX KaHaJIOB
B COYETAHHH C MX BBICOKOM HM3BUJINCTOCTHI0O — OT-
HOII€HHeM HCTHHHOI'O IIYyTH TE€YEeHHUA Cpeabl Yepesd
IIOPOBOE TIPOCTPAHCTBO MaTepuasa K TOJIHUHE
obpasria.
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DPusuKo-MexaHUIECKHue XapaKTEePUCTUKHU CHHTE3UPOBAHHOTO KOMIIOSUI[TMOHHOTO MaTepuana

Physical and mechanical characteristics of the synthesized composite material

XapaKTepucTruka Meton SHaueHUe
¥ nenbHas MOBEPXHOCTD, M2/T BaT 1,8
O611as TOBEpXHOCTH IO, M2/T PryrHas mopomerpus 0,838
MenuauHBIH pasMep Mop Mo 00beMy, HM PryrHas nmopomerpus 1241,7
MenuasHbIN pasMep MOP II0 IIOBEPXHOCTH, HM Pryraas mopomerpusa 981,4
Cpenuuit pasmep mop (4V/A), am Pryruas mopomerpus 1111
Pasmep mop, am ITo Touxre myswsipsra (I'OCT 26849-86) 100
IInorHoCT®, T/CM3 PryrHas nopomerpus 2,3126
Ilopucrocts, % Baxkyymuposanue u mHaceimenue (I'OCT 2409-80) 48
Ilopucrocts, % PryrHas nopomerpus 53,8252
Koaddunument nspuaucrocrn PryrHas mopomerpus 32
IIponunaemocrs (1o Bosayxy), mJlapcu T'OCT 11573-98 400
IIponumnaemocrs (:xuaKOCTHAA), MJlapcu PryrHas nopomerpus 3,4896

[lanHoe COOTHOIIEHHE B CHHTE3UPOBAHHOM IIO-
puctoMm marepuaie Ha ocHoBe Y,0s, ompemeseHHoe
METOIOM PTYTHON IIOPOMETPHH, COCTABUJIIO OKOJIO
1/32. Takoii o4eHb BBHICOKHU IIOKAa3aTejlb W3BHUJIU-
CTOCTH MOKHO 00bsAcHUTH 3D MarpuuHoit Mopdoiro-
ruefl MHKPOCTPYKTYPBI, BEIIOYAIOIIEH IPOCTPAHCT-
BEHHYIO CeTh JEeHIPUTHBIX HAHOCTPYKTYP HA OCHOBE
OPTOCHJIMKATA UTTPHUA U 3aONHUTENST U3 Y5,

3aMeTuM, YTO B HUCCIEIOBAHUIX ITOPUCTHIX CPE.
IINPOKO IIPUMEHIIOT TEOPUIO «TUIPABIMIECKOTO pa-
Iuyca», OCHOBAHHYIO HA ypaBHeHWH KoseHu u yuu-
THIBAIOIIYI0 KO3(P(MHUIIMEHT U3BUIUCTOCTH ITOPOBBIX
kaHamoB. llosToMy n7d CHHTE3WpPOBAHHOTO Mare-
puaja He TOJbKO BAPHUATUBHOCTH CEYEHUH KAHAJIOB,
HO W WX BBICOKASI HU3BUJIKUCTOCTH (B JAHHOM Ciydae
Koa(purmenT — 32) ONpeensioT CyIecTBeHHbIe
pasnuuus CpPegHUX pPasMepoB II0P, PACCYUTAHHBIX
HA OCHOBAHHU PE3yJbTATOB H3MEPEHUH MEeTOqaMu
PTYTHOH IIOPOMETPUH U TOYKH IIy3bIPhKA.

O6mafasa mopaMu B OCHOBHOM CyOMHUKPOHHOTO
pasMepa ¥ SKBHBAJIEHTHBIM THUIPABIHYECKHM Ha-
MeTpoM KaHamoB 100 HM, CHHTE3UPOBAHHBIN TOPUC-
ThI KepaMH4YeCKUH MaTepuaj Tra3oIlpoHUIlaeM, a
€ro JKUAKOCTHAA IPOHUIIAEMOCTDb COCTABJISIET OKOJIO
3,5 m/lapcu. Takme xXapaKkTEePUCTUKH II03BOJITIOT
co3maBaTh wu3nenuA (HAIpUMEp, KepaMHYecKue
(punbTPBI) HA €r0 0OCHOBE, CII0COOHBIE paboTaTh B yc-
JIOBUAX BO3JEUCTBUA BBICOKUX TeMIIepaTyp, arpec-
CHUBHBIX CpeJl ¥ PAJUaIlHOHHOI0 U3IyUeHHSI.

3axjarogeHue

IIpu cosmaHwu MOPUCTHIX KEPAMUYECKUX MAaTe-
pHAaTOB HA OCHOBE WHEPTHOTO K CHeKaHuio Yq0;
MPUMEHSIN COUeTaHNe METO0B KOMIAKTHPOBAHNUS,
texHosiormdeckoro ropeuus u CBC, mms mossimne-
HUSA 3HEePro3dPEeKTUBHOCTH CUHTE3a — YJIbTPAIHC-
MepCHBIE CIIeKAoIre J00ABKH C BHICOKOPA3BUTOM
noBepxuoCcThI0 (MgO — <5 MM, SiC — ~3, Si0y —
~5 meM). Merogamu COM u PDA ycranosuiu, 94To

B pesyabTrare (pa3oBBIX IIPEBPAIeHUI CHHTE3UPY-
eTcs OPTOCHUIUKAT UTTPHUSA B BHIE BHICOKOPA3BUTHIX
CeTYaTOo-IYENCThIX JIEeHIPUTHBIX HAHOCTPYKTYP Kak
CJIeICTBHE YaCTUYHOTO B3aUMOJEMCTBUA IOPOIIKOB
OKCH[a WTTPHUSI U YJIbTPAJUCIEPCHBIX TO00ABOK B
Ipoliecce KUAKO(a3HOTO clieKaHus. AHAIN3 CTPYK-
Typbl ¥ TApaMeTPOB IIOPOBOTO IIPOCTPAHCTBA Me-
TOZOM PTYTHOH TOPOMETPHUHU U aJbTEePHATHUBHBIMU
METOZAaMH BBIIBUJI BBICOKYIO KOPPEIAIUI0 H3Me-
PEHHBIX MapaMeTpPOB ITOPUCTOCTH U YAEIHHOH IIO-
BEPXHOCTH JIJIA UCCIEIyeMOro MaTepuasna, pasMepbl
GONBIIIMHCTBA TIOP KOTOporo mpessimanT 100 —
200 um. OpgHako cpemHuWil pasmep IIOp, OIpee-
JIGHHBIH MeTO[0M PTyTHOU mopomerpuu (1111 um),
MIPUMEPHO Ha TMOPAAOK IPEBINIAeT S3KBUBATIEHTHBIH
TUApaBINYecKni guameTp kanamoB (100 HM), usme-
PEHHBIH MeTOZOM TOYKH IIy3bIpbKa, BCJIEJCTBUE He-
OTHOPOJIHOCTH IIPOCTPAHCTBEHHOM CTPYKTYPHI U BBI-
COKOM U3BHMJIMCTOCTH ITOPOBBIX KAHAJIOB.
CunresupoBan 3D MaTpUYHBIA KOMIIO3HITU-
OHHBIM MaTepuaj Ha OCHOBE MATPHUIBI U3 OPTOCH-
JIUKATA UTTPHUA C HAIIOJHUTEIEM H3 OKCHUIA UTTPUA
(oTEpBITasg mopucTocTh — Gosee 50 %, yaenbHasd mo-
BEpPXHOCTb — 0K0s0 1,8 M?/r). Cpennauii pasmep mop
B Marepuaiie — 1,1 MKM, IIpH 9TOM 3KBUBAJIEHTHBIN
TUPaBAWYECKUH nuameTrp 1mop — okosio 100 mm,
pasHHUIIA OIpeaeaseTcsi BAPUATUBHOCTHIO CEUYeHUH
¥ BBICOKOU (Koa(ppurimieHT — 32) HU3BHIUCTOCTHIO
TIOPOBBIX KaHAIOB. II0CKOIBKY IIOTHOCTH MaTepHa-
aa — 2,3 r/cM®, a IPOYHOCTh HA CHKATHE — OKOJIO
2 Mlla, oH merko moaBepraeTca MeXaHHYECKOH
06paboTKe TBEPAOCIUIABHBIMU HWHCTPYMEHTAMH U
TEepPCIEeKTUBEeH [ CO3[aHUA U3NEeIUU CIIOKHOU

opmbI.

duHaHCUpPOBaAHUE

Pa6ora BeimonueHa 3a cuer rpanTa Poccuiickoro
HayuHoro gouzaa (Ne 22-23-00739).
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OB OCOBEHHOCTSX UJIEHTU®UKAITUA HEOJTHOPO/HOTI'O ITOJIS
OCTATOYHBIX HATIPSI;KEHUH HA OCHOBE METO/JIA CBEPJIEHUSA
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IIpencraBien ¢)eHOMEHOIOTHUECKUI TOAXO] K IIPOOIeMe OIpPEeNeeHus: HeO[HOPOLHOTO OCTa-
TOYHOTO HAMPSKEHHO-1e(POPMUPOBAHHOTO COCTOSHUS 3JIEMEHTOB BBICOKOTEXHOJIOTMYHBIX WH-
SKEHEPHBIX CHCTEM IIPY WX MMPOEKTUpOBaHWM U SKcIuryaTaruu. OH oCHOBaH HA (PUBWYECKUX U
MEXaHWYECKHX MEeTONax M3MEepPeHUH OIS IIepeMelleHn B 9TUX diIeMeHTax. V3BecTHbIe COBpe-
MeHHbIe (PU3UIeCKUe MO/ENN OIUCHIBAIOT 3aKOHOMEPHOCTH OCTATOYHBIX COCTOSTHUH, CBA3AHHBIX
C UBMEHEHHUAMH CTPYKTYPHI Tejla, B3aUMOJeicTBreM 1e(peKTOB U TUCIOKAIUH B II0JI€ MUKPO- U
MesoHanpsKeHui. [Ipu 5T0M 0ocTaroTCss BOIIPOCHI ITEPEexXo1a Ha MaKpPOyPOBEHb, IIOCTPOEHUS MHO-
TOYPOBHEBBIX MOJIEJIEH, IIPUMEHEeHHs 9THX MOJEeJIel B HHKeHEePHO! mpakTuke. B pamkax dewo-
MEHOJIOTHYIECKUX IO/IXOJI0B B 00IIeM CiIydae TpeOyercs pellleHre TPeXMEePHbIX 00paATHBIX 3a1a4
TEPMOYIIPYTOILIACTUIHOCTH. B paboTe MCIonb30BaHbI U3BECTHBIN MEXaHUIECKUA MEeTO] OIIpesie-
JIEHUSI OHOPOHOIO IIOJIS OCTATOYHBIX YIPYIMX HAMPSKEHUN, PEKOMEHI0OBAHHBIN CTAHIAPTOM
ASTM E837, a Takixe IIpeIo:KeHHbIN paHee MeTO I OIPEAeIeH!s HEOTHOPOIHOTO (B IZIOCKOCTH)
[IOJIA OCTATOYHBIX YIPYyrux HanpssreHuil. Ha ocHOBe SKCIIEPUMEHTAIBHOTO OIPEIeIeHUs KOM-
IIOHEHT BEKTOpPa IIepeMelleHrs MeTO0M TOYEYHOTO IIOIIArOBOr0 CBEPJIEHHU OTBEPCTHil U 00pa-
OOTKM [AHHBIX CPEICTBAMH I[U(PPOBOM CIEKI-HHTEP(EPOMETPUN M KOPPEIANNHA IH(PPOBBIX
n300paskeHnil pa3paboTaH METOX OIpenelIeHud TPEeXMEPHOTO HEOAHOPOLHOTO OCTATOYHOTO
YIIPYTOro HAIPSKEHHO-Ie()OPMUPOBAHHOIO cocTogHusA. OIpenessioiye COOTHOIIEHNS [
KOMITOHEHT BEKTOPA IepeMeIlleHni 3aIIUCAHbI B BH/Ie NHTETPAIBHBIX 0I1epaTopoB BoiabTeppsl.
fAnpa omeparopoB — (OYHKIIUN YETHIPEX ITEPEMEHHBIX — KOOPAUHAT I[AIHHIPHIECKON CHCTEMBI
(1, 6, z), cBsI3aHHOM C OTBepcTHeM, U IiryOuHbl orBeperus h. [Ipencrasmen meron Bepuduranmum
9THX (PyHKIMH. 3amada CBOIUTCA K OIPEIEIeHUI0 TpeX (PYHKITHHA IepeMeIeHni 0T Tpex mepe-
MEHHBIX: Pajinyca I, IIIyOuHbI A 0TBEpCTHs U OcH z. [IpoBeeHo yncieHnoe MojietupoBanue 6a3o-
BbIX (pyHKIui. [lomy4ueHHbIe PE3yIbTATHI COIIACYIOTCI C M3BECTHBIMU SKCIEPUMEHTATHHBIMA
JAHHBIMU W PACUYETHBHIMHU 3HAYEHHUAMY KOMIIOHEHT TeH30pa Jed)opManuii OBEpXHOCTH Tela B
3aBHCHUMOCTH OT IJIy6uHbI oTBeperus mo cranaapry ASTM E837.

KoaroueBsle cioBa: 1upoBasi CuekI-uaTepdepoMeTpHsi; MEeTO CBEPJIEHHU OTBEPCTHI; Heo -
HOPOJIHOE OCTATOYHOE HAIPSKEHHO-e()OPMUPOBAHHOE COCTOSTHUE; orrepaTop BoabTeppsi.

ON THE FEATURES OF INHOMOGENEOUS RESIDUAL STRESS IDENTIFICATION
USING THE DIGITAL SPECKLE INTERFEROMETRY
AND THE HOLE-DRILLING METHOD
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A phenomenological approach to the actual problem of determining the inhomogeneous residual
stress-strain state in the components of high-tech engineering systems at the stages of their design and
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operation is presented. The approach is based on physical and mechanical methods of measuring displace-
ments. Current physical models describe the physical regularities of the residual states attributed to
changes in the structure by the interaction of defects and dislocations in the field of micro- and
meso-stresses. At the same time, there are the problems of the transition to the macrolevel, the construc-
tion of multilevel models, and the conversion of these models in engineering practice. In the framework of
phenomenological approaches, in the general case, the solution of this problem requires the solution of
three-dimensional inverse problems of thermoelasticity. A well-known mechanical method for determin-
ing a uniform field of residual elastic stresses recommended by ASTM E837 is described. The method pro-
posed earlier by one of the authors for determining an inhomogeneous (in the plane) field of residual elas-
tic stresses is discussed. A method of the three-dimensional inhomogeneous residual elastic stress-strain
state determination based on the experimental determination of the displacement vector components by
the method of step-by-step point hole-drilling and data of digital speckle interferometry and digital image
correlation is developed. The constitutive relations for the components of the displacement vector are
written in the form of Volterra integral operators. The basic operator functions are the functions of four
variables, i.e., the coordinates of the cylindrical system (7; 0, z) associated with the hole, and the hole depth
h. A method for verification of the basic functions is presented. The problem is reduced to the determina-
tion of three displacement functions of three variables: hole radius r, &, and z. Numerical simulation of ba-
sic functions is carried out. The obtained results are consistent with the known experimental data and cal-
culated values of the deformation on the surface depending on the depth of the hole according to the
ASTM E837 Standard.

Keywords: speckle interferometry; hole-drilling method; inhomogeneous residual stress-strain state;

Volterra operator.

Beenenue

IIpumenenve pes3yabTaTOB H3MEPEHUH IOJEH
nedopManuii ¥ mEpeMeIeHnui TIPU OIpeneeHUH
HEOJHOPOIHBIX IIOJIEH OCTATOYHBIX HAIPSIKEHUU —
aKTyasbHasd 3a7ada 0e30IacHOM SKCIUIyaTaluu
coBpeMeHHbIX HIKeHepHbIXx cucrem [1-5]. (Ilox
OCTATOYHBIM HAIPSIKEHHO-TIe(POPMUPOBAHHBIM CO-
CTOAHUEM IIPEACTABHUTEIBHOTO 00BEMA TBEPAOTO
Tejla MOHHUMAETCS €ro COCTOSHWE IPH OTCYTCTBUU
BHEIITHUX HArpy30K u Boazaeticteuii.) HeomHoposn-
HbIe TEXHOJOTHYECKHEe OCTATOYHbIE HAMPIKEeH-
HO-7eOpMHIpPOBaHHBIE COCTOSHHSA (mocie o0paboT-
KH MEeTa/UIOB [aBJIEHHWEM, BO3JeHUCTBUA TeMIlepa-
TYPHBIX TOJEH, MTPUMEHEHUs PA3IUYHBIX CII0CO6O0B
YIPOYHEHUS [OBEPXHOCTEH) MOTYT OKa3bIBAThH CY-
II[eCTBEHHOE BIUAHNE HA JOIIyCTUMbIE PEIKUMBI DKC-
IUIyaTalliOHHOTO HATPY:KeHUS U HU3HOCOCTOHKOCTb,
YBEJIMYUBATh CKOPOCTH DIIEKTPOXUMHUIECKON KOPPO-
3UH U (PPeTTHUHT-KOpposuu. MakcumaabHble 3HAYE-
HUSA OCTATOYHBIX HAUPSIKEHUH B PAEe CAydIaeB OC-
THUTAIOT Ipeaena TekydecTu. BeiemcrBue Temmepa-
TYPHBIX OCTATOYHBIX HAIPSKEHUH BO3MOKHO pas-
BHUTHE IIPOIECCOB TEPMUIECKOTO KOPOOIEHH.

O06beKkTaMu UCCIeI0BaHUE MOTYT OBITH JIE€MEH-
ThI KOHCTPYKIIME COCY0B, TPYOOIIPOBOIOB, IHCKOB,
IUTACTHUH, TIOABEPTAIOIINECT CI0KHOMY CIIEKTPY Tep-
MHYECKHX U MeXaHWYeCKHX BO3JIeWCTBUU HA CTa-
IUAX TPOU3BOACTBA. PaccmarpuBaemas mpobiema
0COOEHHO aKTyaJbHA I CBAPHBIX COCIWHEHWH, B
KOTOPBIX peajnsyercd TOTMOJHUTEIbHOE TpexMep-
HOE OCTaTOYHOE HANPIKEHHOE COCTOAHWE U MOJKET
MMeTh MeCTO HEO[THOPOAHOE HEYIIPYTOoe IepOpPMHUPO-
Banue. B mocnennee BpeMs BcTaja 3agada ompeje-
JIEHUA TOJA OCTATOYHBIX HAMPIKEHWH, BO3HHUKA-
forux mpu 3D-mevaTy s1eMeHTOB KOHCTPYKITHH.

PacraruBatoriiue ocraTouHble HANPIKEHHSI B
YCIIOBUSX MHOTOITUKJIOBOM YCTAJIOCTH MOTYT IIPH-

BOAUTHh K CYIIECTBEHHOMY YMEHBIIIEHHIO IIpefena
BeIiHOCIUBOCTH (110 50 %), IpKM MAIOIUKIOBOH yCTa-
JIOCTH — K Heympyromy ned)OpMHUPOBAHUIO DJIEMEH-
toB. Hampumep, o6paboTka pesanuem (ToueHue) Io-
BEPXHOCTH JIETAIH BbI3HIBAET IIOSBJIEHUE MAaKCH-
MaJbHBIX PACTATHBAIONINX HANIPAKEHUH BeIUNINHOU
mo 70 MIla ma riayowme B cpemuem 0,05 — 0,2 mM.
IToBepxHOCTHBIE CXKUMAIOI[ME OCTATOYHbIE HAIPI-
JKEHUA YIydIIaioT 3HAYEHHUA IPefeOB MHOTOIIVK-
JIOBOH YCTAJIIOCTU, HAIPUMEpP, IPU KOBKE [AeTayel
IIaCCH M3 THUTAHOBBIX cruiaBoB. llocie (pesepHoii
00paboTKH JHUTHIX OOPA3IOB M3 CEPOro UyryHa
mpejesn BBIHOCAWBOCTH TPU ITUKINYECKOM H3THOE
yBenmmuuBaetrca Ha 30 %, a mocie MMEeCKOCTPYHHOU
ourcTKu — 10 75 %. Jlazepuad ygapuas obpaborka
(ymapmo# BomHoM mpu maBiaenun 1 I'Tla, ckopoctu
nedopmuposanus v, > 1076 ¢! u npogomkuTenbHO-
ctu ~10 uHe) TuranoBoro cmiasa Ti— 6Al — 4V npu-
BOAUT K 3HAYUTEIHHOMY OCTATOYHOMY CHKATHIO
IIOBEPXHOCTHOTO ciod — 10 1,5 mm. Bmecte ¢ Tem
IMOBEPXHOCTHBIE CIKUMAIOINe HAIPSKeHUs ypas-
HOBEIIIUBAIOTCA PACTATHBAIIIUMU HAIPIKEHUIMU
B o0BbeMe Tema, YTO MOKET yXyAllaTb B HEM Xa-
PAKTEPHUCTHUKN  PA3BHUBAIOIIEHCT  T'HTAI[AKIOBOM
YCTAJIOCTH.

Ompenenenue TeH30pa OCTATOYHBIX HAIIPsKe-
HHH 110 W3BECTHBIM 3HAYEHHSIM KOMIIOHEHT aedop-
MaIlluil Wik [IepeMelleHui OTHOCUTCI K Ipobiemam
00paTHBIX 3a/1a4 MEXaHUKH JIepOPMUPYEMOTO TBEP-
moro Tena [6]. AHanus pes3yabTaTOB TEOPETHUECKHUX
U 9KCII€pUMEHTaJIbHBIX I/ICCJIeI[OBaHI/Iﬁ IIPUBOOUT K
HEOOXOQUMOCTH MOZEIUPOBAHUA TPEXMEPHOTI0 0CTa-
TOYHOTO HANPIKEHHO-Ie)OPMUPOBAHHOTO COCTOSI-
HUHS, B TOM YHC/I€ YHUCIEHHOIO MOAEINPOBAHHUS C HC-
MOJIb30BAHHEM COBPEMEHHBIX BBICOKOIIPOM3BOIH-
TeIbHBIX MPOrPAMMHEBIX KOMILIEKCOB. B obmem ciry-
yae ompeaeaeHre HEOAHOPOTHOTO IIOJIA OCTATOYHBIX
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HaIp:KeHUH TpebyeT pellenns TPeXMepHbIX 00par-
HBIX 337189 TEPMOYIIPYTOILJIACTUIHOCTH.

Il onpeesreHns OI€H OCTATOUHBIX HAMIPSKE-
HUH He00XOAMMa TOYHOCTH U3MEPEHWH KOMIIOHEHT
TeH3opa aedopMaIuii W BEKTOpa IepeMeIleHuH.
Ob6mmpuas auteparypa [7 — 14] mocBsAeHa Bompo-
caM 9KCIIEPUMEHTATBHOTO OIPEIeNIeHUsI OCTaTOY-
HOTO 1e()OPMHUPOBAHHOTO COCTOSHHUSA Pa3IHUYHBIMU
MerozaMu: (PU3UIECKUMU — TUQPPAKITHOHHBIMH,
axkycruueckumu (I'OCT P 52731-2007) u saexrpo-
margutaeiMu  (I'OCT 30415-96); MexaHW4YecKu-
MM, BKJIIOYAMIIAMA yIAJIeHus MaTepuajga o0pasia
(MeTo XUMUYECKOTO TPABJIEHWS, METO]] CBePJICHUA
OTBEPCTHUH), ¥ PEruCTPaIlio 1eOPMAaIIHOHHOIO OT-
KJIMKA TIPH 06pa30BaHUN HOBBIX MIOBEPXHOCTEH (Me-
TOABI CETOK, MHTEP(EPOMETPHH, KOT€PEeHTHO-OIITH-
YecKue, TeH30PEe3UCTUBHBIMN, MPAMOTO 3aMepa IIpo-
ruba u 1p.).

HeoxgHopoxmbie 1M0Jsi OCTATOYHBIX HAIpsKe-
HUH MEHAT MUKPOCTPYKTYPY MaTepuaia djaeMeHTa
¥, COOTBETCTBEHHO, CIIEHAPWH PA3BUTHUA paspylile-
HUSA HA PA3HBIX MaCIHITaAGHO-CTPYKTYPHBIX YPOBHIX.
Hampumep, mpm 5nasepHo# ymapHO# 06paboTke
BCJIE[ICTBUE KOPOTKOU Iepefaydu OOJIBIIION MeXaHH-
YeCKOU SHEepTUH BO3HUKAET CYyIIeCTBEHHAd HEOIHO-
POIHOCTb MHKPOCTPYKTYPBI — 00pasyioTca CIIOH
3epeH C BBICOKOH IUIOTHOCTBHIO IUCIOKAITUN W 6es-
IUCIOKAITHOHHBIE 3epHa. AHATN3 DKCIIEPUMEHTATb-
HO-TEOPETUYECKUX Pe3yTbTATOB MPUBOAUT K HEOO-
XOAMMOCTH MHOTOYPOBHEBOTO MOIETMPOBAHUS OCTA-
TOYHOTO HANPIKEHHO-Te)OPMUPOBAHHOTO COCTOS-
uua [15]. Cnemya momxomy H. H. JlaBumenxosa,
MOKHO BBECTH CJIEAYIOIIYIO0 KJIAcCHU(UKAIIUIO OCTa-
TOYHBIX COCTOSTHHH KPHUCTALIMYECKUX TeJI Ha pas-
HBIX YPOBHAX: MakKpoMacuiTabHOM; Me3zoMacuiTab-
HOM yPOBHE CTPYKTYP pasMepoB 3epeH; MHUKpOMAac-
mTabHOM YypOBHE BHYTPH 3€pHA; HAHOMACIITAGHOM
YPOBHE pasMepoB MOPSAIKA IEPUOI0B KPHUCTAIIHNIE-
CKOH pelIeTKu.

Ha mukpoypoBHE BO3HHKHOBEHHE OCTATOYHBIX
MUKPOHAIPIKEHNUH CBA3BIBAETCA C H3MEHEHUAMU
HEOTHOPOMHOCTH  KPUCTA/UIMYECKOTO  CTPOEHWUS
BHYTPH 3€pHA, (ha30BbIMHU MPEBPAIEHUIMU BHYTPH
3epeH B MPOIecCe KPUCTAIU3AIINN U OTBEPAEBAHUA
B 3aBHCHMOCTH OT TEPMUIECKOH 00pabOTKY, N3MeHe-
HHUSAMH 00beMa OTIEeIbHBIX 3ePeH, YIIPYTUX CBOWCTB
110 KPUCTAIOTPAQUUYECKAM OCAM, TLIOTHOCTH IHC-
JIOKAIWHA ¥ 7e(DEeKTOB, 0COOEHHO B MOBEPXHOCTHBIX
CJIOSIX BJIEMEHTA, T/[e BO3MOKHBI [PYTHE CTPYKTYpa,
(ha3oBBIN U XUMHUYECKUH COCTaB, UCKaKeHUT (poTa-
[WH) KPUCTAITUIECKON PEIeTKH OTAENbHBIX MUK-
poobiiacTelt HEyNpyruM MHUKPOAedOPMUPOBAHHEM
[16]. Ilpu sTOM B Teje HaKAILIUBAETCA HepaBHOMED-
HO pacipeiejeHHas 0 00beMy yIrpyras SHeprusd u
YMEHBIIAETCI SHEPrusd, HeoOXoAuMas I IIPeoio-
JIEHUS DHEPTeTUYECKOTO Gaphepa pasphiBa ATOMHBIX
caseit. Hakomnenus MukpogedekToB, ocobeHHO HA
rPaHMIAX 3€PEH U B ITIOBEPXHOCTHBIX CIIOAX, ITOPOIK-

Q0T HEOJHOPOAHbIE IO MesomedopManui u
Me3oHanpsS:KeHu [17], KoTopble, B CBOIO OYepe.b,
OIIpeaesIAI0T II0JII OCTaTOYHBIX MaKpOHaHpH?KeHHfI.

OcraToyHble COCTOIHMSI HA MHKDPO- U HAHOMAC-
mITabHOM YPOBHAX OIKCHIBAIOTCA CTPYKTYPHBIMH U
KOHTHHYAJIbHBIMHA [HCIOKAIMOHHBIMH MOIEIISIMH,
CTPYKTYPHO-9HEPreTHIECKUMH, (DH3UIECKUMH CTO-
XaCTHUYECKUMH H [OPYTMMH MOJAENIIMH. B ocHOBe
CTPYKTYPHO-9HEPreTUYECKUX MOJEJIEH JIeKAaT TUIIO-
Te3bl OIEHKHM OHEPrHM UCKAKEHWS KPHCTAJLIHU-
YECKOH PeIIeTKH, IMPUHITHIBI TePMOIUHAMUKH, CH-
HEepreTUKH, CTPYKTYPHO-CKEMIMHTOBBIX II€PEX0J0B.
dusnuecKre CTOXaCTUUYECKHEe MOIEIN U3ydaioT pac-
MpeeeHusI MUKPOHAIPSKeHUH HA OCHOBE MAPKOB-
CKHX CIy4JalHBIX mpoiteccoB. Ha mesoypoBHe mccie-
OYIOTCA MeXaHUu3MbI (bOpMI/IpOBaHI/IH OCTATOYHBIX
Me30HaIlpIKEeHUN B 3epHAax.

B menax waMepeHHs ocTaTOYHOrO AeopMHPO-
BAHHOTO COCTOSHHS HA MAKpPOYPOBHE IIPUMEHTIOTCS
MeXaHU4YEeCKHe MEeTOIbI, HAIIPUMEP, METO IIPIMOTO
TEeH30METPUPOBAHUS IIPH PA3rpy3Ke 00BEMOB Teja,
a Takke (pU3MYECKHE METOAbI, B KOTOPBIX OIIpefe-
JIAIOTCA 3aBUCUMOCTH KOMIIOHEHT TeH3opa medop-
MalMii ¥ BEKTOpa IIepeMeIeHHH OT (PU3NIEeCKHUX
XapPaKTEePUCTUK OCTATOYHBIX COCTOTHUH U UCITOJIb3Y-
IOTCS  DJUIATICOUT KO0I(P(MUIIMEHTOB IIPEIOMJICHHUS
®penensd, TeH30p MATHUTHON IPOHUIIAEMOCTH, JAH-
HbIe 0 BpParroBckoi qudpakiiuy peHTTeHOBCKUX JIy-
Yyel Ha CTPYKTYpPe KPUCTAIIMIECKOH PEIIeTKH, O JH-
(ppaKnuy TEIIOBBIX HEUTPOHOB, 0 PACCETHHUH dJie-
MEHTAPHBIX YACTHI] HA KPHUCTAIIMYECKOM pelleTKe.
Paspa6arsiBatorcs pasiuuHble (PEHOMEHOJIOTHYe-
CKHe ITOIXObI K OIPEIeIeHUI0 OCTATOUHBIX MaKpO-
HAIIPKEHUH IPHU YIPYroM U HEeyIpyrom aed)OpMu-
poBaumu [2, 8 — 10, 17 — 19].

B 1esrom, n3BecTHBIE MOJIE/IN OIKCHIBAIOT (DU3M-
YeCKHe B3aKOHOMEPHOCTH OCTATOYHBLIX COCTOSHMHH,
B3auUMOIENCTBHS 1e(DEeKTOB, JUCIOKAIIMI U JIeMeH-
TOB BHYTPEHHEH CTPYKTYpPhI B II0Jie MHUKPOHAIPI-
skenuit. [Ipu 5TOM 0CTAIOTCS BOIPOCHI HAXOMKICHUS
0CTaTOYHBIX MUKPO- U ME30OHAIPIKEHUH, TP06IeMbl
repexoja Ha CIeAyIOIhe YPOBHH, PACIpPEeIeIeHUs
nedopManuil U mepeMeIeHui 1o BceMy 00beMy IIpH
TPEXMEPHOM HAMPIKEHHO-1e)OPMUPOBAHHOM CO-
crogHuHd. [IpUYMHON BOSHUKAIOIINX CAOKHOCTEH
SABJIETCS, B YACTHOCTH, ciiaboe M3MEHEHNe YIIPYTUX
U TemTo()U3HYECKHX CBOMCTB HAIIPAKEHHOH Cpe-
IIbI — TIOPS/IKA JECATHIX-COTBIX IOJIEH IIPOIEHTA I10
CPAaBHEHMIO C HEHAIPIKEHHBIM coCTOsHueM. M3me-
PATh TaKUue U3MEHEHUA HeO6XO,Z[I/IMO C O4Y€Hb BBICO-
KOHM TOYHOCTBIO. BO3HMKAIOT IIPOOIEMBI U3YYEHUS
IUAA30HOB JOCTOBEPHBIX H3MEPEHWH KOMIIOHEHT
TeH3opa maedOpMallMii M BEKTOpA IIepeMeIleHui
[7, 14, 20 — 22].

B naummoit pabore B pamrax (peHOMEHOJIOTHYE-
CKOT0O IMOAXOAa IIPemJIaraeTci MEeTOJ, OIpPeleIeHUs
TPEXMEPHOI0 HEOMHOPOIHOI0 OCTATOYHOTO HAIPI-
JKEHHO-1e(DOPMUPOBAHHOTO COCTOSHUA HA OCHOBE
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Puc. 1. Kombunuposanusbiii npubop ceepienus u DSPI (SB — 6aza, DM — monyns ceepienwsi, MM — monynb usmepenrii) (a),
CTaHIapTHBIE TeH30MeTpHYecKue poseTku (0), narepdeporpamma o meroxy DSPI (8), mukpousobpaxenue no meroxy DIC (2)

Fig. 1. Hole-drilling and DSPI device (SB — base, DM — drilling module, MM — measurement module), (a), strain gauge ro-

settes (b), DSPI-Interferogramme (c), DIC image (d)

MAHHBIX, MMOJYyYeHHBIX METOOM CBEPJIEeHHUd OTBEp-
CTHH, W WX 00pPabOTKM OIITHYECKHUMHU METOIAMHU.
IIpepmonaraercs nuHedHO-yIpyroe megopMuposa-
HEe ¢ IPUMEeHEeHHEeM YHUCAeHHOTO MOIETUPOBAHUA U
aBTOMaTH3aIKel 00paboTKY JAHHBIX U PE3yJIbTaTOB
[19 - 22]. (IlpeamomoskeHue 0 TUHEHHO-YIIPYTOM II0-
BeIEHUN MaTepuajia Ha IIPaKTHKe IIPUMEHSIeTCs
IIPH YCJIOBHUH, YTO MHTEHCHBHOCTh OCTATOYHBIX HAa-
IpA:KEeHUH B cpefHeM He npeBbimaer 60 % mpexnena
TekydecTu Marepuaia.) Merom mpuMeHsieTcs s
HM30TPOITHBIX MATEPUAJIOB, CTANIEH, aJIOMUHHUEBBIX 1
THUTAHOBBIX CILIABOB, HO MOKET ObITh PACIIMPEH Ha
AHM30TPOIIHLIE W KOMIIO3UIIMOHHBIE MATEPHAIBI C
BBIOOPOM  OIIPENESSIONUX COOTHOIIEHWH aHM30-
TpOIHOI Teopuu ympyroctu. IIpemmomaraercsa pas-
BHUTHE METOJA IIPY HEYIPYroM AeOpMHUPOBAHKH.

B macrosiiee BpeMs MeTOn CBEpJI€HHs OTBEp-
ctuit u tenzomerpupoBanuda (Mathar, 1933) peria-
menTupyercsa crangaprom ASTM E837-13A u mu-
POKO HCIIOIB3yeTCs IS OMPEeIeIeHHUs MO 0CTaTOq-
HBIX JAedopMaIuii MeTAIIHYEeCKHX MAaTepHasOB,
BOBHHUKAIOIIET0 IPH Pa3TPy3Ke COOTBETCTBYIOIIEH
obmacru tena [2, 8 — 10, 29, 30] (puc. 1, a, 6), 110 Ko-
TOPOMY BOCCTAHABIHUBAETCA MCXOMHOE pacipejese-
HFe KOMIIOHEHT TeH30pa OCTATOYHBIX HAIPIKEHHUH.
IIpumenserca Takke K OPTOTPOITHBIM ILIACTHKAM
[31]. MeTox mpeamosaraer BbICBEpPIHBaHKe B 06pas-
e orBepcTus (TJIyXOTro /I MACCHBHBIX 06pa3I0B U
CKBO3HOTO [JI1 TOHKOCTEHHBIX) U TEH30METPUPOBa-
Hrie. PekoMeHIyeTcss BhICOKOCKOPOCTHOE CBepIieHe
Ha MAJBIX IT0aYax B I[eIIX MUHUMHU3AIIMU OCTATOY-
HBIX HAIPSIKEHUH, BHOCUMBIX IIPOIIECCAMU PE3aHU
MeTaia.

Onucaunnsrit B crangapre ASTM meron onpere-
JIGHUS KOMIIOHEHT TEeH30pa HAIPKEHHH 10 HU3Me-
PEHHBIM KOMIIOHEHTaM TeH30pa aed)OpMalyil IpH-
BOAWT K HECTAOMIBHBIM YHCIEHHBIM PEe3yJIbTATaM.
Asropam [19, 20, 23 — 28] mpencrasiasercs Haubo-
Jee 1eecoobpasHoi (0co6eHHO, B IOJEBBIX YCIOBU-
SX) COBMECTHAS Pealn3allisi MeTOAa TOYEYHOTO II0-
IIATOBOTO CBEPJIEHUA OTBEPCTHH U U3MEPEHUI KOM-
ITOHEHT BEKTOpA ITEPEMEIeHUH OIITHIECKUMU METO-

JaMu — MeTOofaMu IHU(POBOI cIekI-uHTepdepo-
merpuu (DSPI) wnu koppensiuu HHQPOBBIX H30-
opaxenuit (DIC) (puc. 1,s,2) ¢ aBromMaTrusaiuein
cbopa u 00pabOTKU JAHHBIX.

Onpenenenne 0OJHOPOTHOTO IOJIS
OCTATOYHBIX YIPYTUX HaANPAKEHUN

CorsiacHo MeTonWKe, OIMMCAHHOW B CTaHmapTe
ASTM E837, koMIIOHEHTHI TeH30pa HATIPAKEHUH O,
0,, T,, ONpPEeMeNAIOTCA 10 PesyibTaTaM H3MepeHUsd
nedopmanmii €!, e, el ma Temzomerpax (B mabopa-
TOPHOU CHCTEeMe KOOPIUHAT X, Y, Z, OCh Z HAIIpaBIe-
Ha BriyOb Marepuaja, Kak IMOKAa3aHO Ha PHC. 2, a)
COIJIACHO CEYIOIINM COOTHOIICHHUIM:

o - E(gIII —SI) _E(SIH +SI)
* 2b 2a1+v) ’
E(SIH —SI) E(SHI +81)
G, == - ; (1)
2b 2a1 + v)
EEM 41 — ¢l
Tay =~ ,
2b

rae a u b — 6a30BbIe KOHCTAHTHI, KOTOPhIE HAXOMAT
MyTeM KOHEYHOJIEMEHTHOTO pacyeTa JJisd YIpyroro
MOJIYIIPOCTPAHCTBA C OTBEPCTHEM B YCIOBHUAX OIIHO-
OCHOTO pacCTs;KeHus HA OECKOHEYHOCTH (MJIu Ha KOH-
Type orBepctus); £ — moayab IO0ura; v — xosddu-
nueHT Ilyaccona.
Eciu  KOMIIOHEHTHI BEKTOpa IIepeMeleHni
W, = (u;, v;) U3MEpPSAIOT MPU [IOMOIIHM OITHYECKHX
MEeTOMIOB B TOYKax cpensl (x;, y;),1 = 1, ..., I, To rnas-
Hble KOMITOHEHTHI TeH30pa HAIPKeHUH 0y, Oy BBI-
YUCIISIOT HA OCHOBAHUY M3BECTHBIX BHIPAKEHUH
{ui:Gif(xi,yi)+02g(yi,xi)+u0, @
v, =0,8(x;,y;) +05f(y;,x;) +v,,

rae 6asosbie Qyurnuu f = flx,y) u g = g(x, y) omupe-
IeNSI0T C IIOMOINBI0 MEeTOa KOHEYHBIX 3JIeMEHTOB
IJIsT YIPYTOTO MOJIYIPOCTPAHCTBA C OTBEPCTHEM B
YCJIOBHSX OJHOOCHOTO PAaCTS/KeHUS HA GECKOHETHO-
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Puc. 2. Cxema pacniosioxeHns TeH30aTINKOB (@) ¥ KOMIIOHEHTBI MATPHITHI 6a30BbIX Koaddunuentos aj, [9] (6)

Fig. 2. Scheme of the strain gauge location (a) and the components of the matrix of basic coefficients a;, [9] (b)

ctu (MaM Ha KOHType oTBepcTus) [14]; BeIwduHbI
Uy, Vg — KOMIIOHEHTHI BEKTOpa IIepeMeIleHni Tena
KaK JKeCTKOTO I[eJIOr0; KOMIIOHEHTBI O, Oy HAXOIAT
METOIOM HaMMEHBIITNX KBaIpaTOB, IIOCKOJIBKY ypaB-
Heuwns Buma (2), 1 = 1, ..., I, cocTaBagOT mepeorpe-
JleJIeHHYIO0 CUCTeMy YPaBHEHUU.

Onpenesnenne HEOTHOPOTHBIX B ILIOCKOCTH
OCTATOYHBIX YIPYTUX HaANPAKEHUN

B pa6orax [14, 23] nmpoBeneHo o6obIiienne pac-
CMOTPEHHOTO BBIIIIe METOAA Ha CIydaill HeOomXHOPO.-
HBIX B IUIOCKOCTH HampsureHui. Ilpenyomxeno ypas-
HeHudA (2) TOTOJHUTD YIEHAMHU C IPOU3BOTHBIMHA OT
IVIABHBIX KOMIIOHEHT TEH30pa HANPSIKEHHH O, Oy
TaKuM 00pas3oM:

oG
u; =Glf(xiyyi)+67xlp(xi’yi)+
oo
+js(xi,yi)+62g(yi7xi)+

oo oo
+—2 Hy;,x;) +—2 q(y;,x;) +u,,
ox oy

3)

~

oo
v, =0,80x;, ;) + —=qla;, ¥;) +
ox

oG
+§1t(xi,yi) +0,f(y;,%,) +

oo oo
+—25(y;,x;) +—2 p(y,,x;) +v,,
ox oy

raep =p,y),q =q,y),t =tlx,y)us = sx,y) —
IOIIOJIHUTEIbHbIE 6a30Bble (DYHKIIMH, KOTOPbIE Ha-
XOIAT M0 AHAJOTHU C BBIIMIEONMMCAHHBIM METOIOM.
[TpoBogAT KOHEYHOIIEMEHTHBIN PACYET HECKOIBKUX
YIOPYTHUX 3a/iad C FPAHWYHBIMH YCIOBHAMH (pacrs-
JKEHUS 10 OCH X C TPAafMEeHTOM II0 X W PACTIKEeHUs
10 OCH X C TPAJMEHTOM II0 Y), U3 KOTOPBIX OIPEIeis-
0T He3aBHCHMO 0aszoBble QyHKIUH p = p(x,y),
qg=q,y),t=1tky) us = s(,y). Hucmo sxcrepu-
MEHTAJIbHBIX TOYEK | BBIOMPAOT TAKUM 06pa3oM,
9TOOBI CHCTeMa ypaBHEHUH (3) aBIAIach epeope-

neneHHOM. Pemierune 5ToM CHCTEMBI HIyT METOAOM
HAWMEHBIIUX KBaJPaTOB, YTO ITO3BOJIIET CHU3UTH
BIMSIHUE SKCIIEPUMEHTAIBHBIX MorperrHocTed. [lo
aToMy Meromy obpaboTaH psn HHTEpdeporpaMm
(5, 14, 23].

Ormeueno [14], 4To myTeM YHUCIEHHBIX SKCIIEPH-
MEHTOB MOKET OBITh IIPOBENEHA CTATHCTHUYECKAd
OlleHKa MUHUMAJIBHBIX YPOBHEH KOMIIOHEHT TPaju-
€HTOB OCTATOYHBIX HAIPSIKEHUM, TMTPHU KOTOPBIX HX
HEOOXOMMO YUUTHIBATH B BRIPAKEHUAX (3).

OnpenereHne HEOTHOPOIHBIX
0 TIyOHHE OCTATOYHBIX
YIPYTHX HaANPSIKEeHUN

Hns ompernenennss HEOTHOPOIHBIX IO TIyOuHE
HaTIPAKEHUH pacCMaTPUBAIN CTYIIEHYATOE YBEJIH-
yeHWe TIIyOMHBI OTBEPCTUs A 10 OCH Z C IIaroM Io
rnybuse j = 1, ..., J u perucrpupoBanu aeopMupo-
BaHHOE COCTOSHHE Ha KayKIO0M Iare 3ariy0aeHusd.

Cormnacuo cramgapry ASTM E837, ocmoBanno-
My Ha BSKCIEPUMEHTAJIbHO OIpeJeideMbIX (cTaH-
IApTHBIMUA T€H30METPUIECKUMHU PO3€TKAMU) KOMIIO-
HeHTax JedopMaIyii, 11 HeOJHOPOIHBIX II0 TJIyOu-
He KOMIIOHEHT TeH30pa HalpsKeHWH O, O, T
MIPeJITIOKEeHA CIeAYIONAd CHCTeMA YPABHEHUIH:

xy»

ap-_%
1+v

BQ =Eq, 4)
BT =Et,

r7ie 9JIeMEeHTHI BeKTOpPoB P, q, t, P Q u T Boruucis-
IOT KaK

8311 +¢l SIjH +¢l si.H +SIJ 2e1l
pJ = ) CIJ = ) t] = 2 ’
P :Gy,J Oy, Q. :Gy,J EY,

J ’ J 92 ’
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a

6 8

Puc. 3. BenomorarenpHblie 3aauu As1d onpeneneHus 6a30BbIxX yHKIIHH

Fig. 3. Auxiliary problems for the determination of basic functions

T =, j,j=1,..,d.

Cucrema ypaBHeHuit (4) mpezacraBiseT co0Oi
PACIIIUPEHHYIO HA CAy4ail HeOTHOPOIHBIX IO TIIyOu-
HE HANPSKEHUH W CTYINEeHYaTOro YBEIWYEHUs TIIy-
6unbr orBeperus cucremy (1). Ionaramnwu, uro B mpe-
Ierax Kaskmoro 1iara Io riiy0uHe j KOMIIOHEHTHI Ha-
NPSJKEHUU TOCTOSAHHBL O, ; = const, o, ; = const,
T,y = const, j =1, ..., J. OnemenTsl a;;, u by, k,j =
=1, ..., J, maTpui 6a30Bbix Koa(ppurirentos A u B
COOTBETCTBEHHO ONPENEAI0T KOHEYHOIIEMEHTHBIM
pacuyeToM g YOpyroro MOJIYIpPOCTPAHCTBA C OT-
BEPCTHEM B YCJIOBHAX OMHOOCHOTO PACTSIKEHUS Ha
OeckoHeYHOCTH (MM HA KOHType orBepctusd). Kowm-
IMOHEHTHI MATPHIL 0a30BbIX K0I(Q(UIIUEHTOB IIpe]-
cTaBieHbl Ha puc. 2, 6. Hampumep, xosdduirment
aj, k,j=1,..,J, onpenender nedopmanuio mpu
CHSITMH OCTATOYHBIX HAIPSKEHUH B ciioe k B Tele ¢
OTBEpCTHEM TIyOHHOI j CII0EB.

Marpurpr 6a30Bbix K03 QuinenToB A u B B
cucreme (4) 1I0X0 00YCIOBJIEHBI, II09TOMY B CTaH-
napre ASTM E837 pekoMeHI0BaHO IPUMEHATH Me-
TON PEryJaApH3allu i CIIAKUBAHUA PEIIeHUs
CHCTEM.

Ha wmam Bsriosam, mesnaecooOpasuHo paspadboraTh
MeTO/bI BHIYUCIIEHHUS HEOMHOPOIHOTO OIS OCTATOY-
HBIX HAIPSKEHUH [0 Pe3yabTaraM ONTHYECKUX U3-
mepenuti (Hanpumep, merogamu DSPI, DIC) kommo-
HEHT BeKTOopa mepemertenuii. B sTom ciyuae ompe-
IeJAIONIHe COOTHOIIEHUS 3aIMChIBAIOTCI B TOYKAX
cpenbt (x;,y;), i =1,...,1, B KOTOPBIX OIIpefeeHbI
nepemernenus. Popmupyercs IepeonpeneaeHHas
cucreMa ypaBHEHUH, KOTOpas PeIaeTcsi MeTOIOM
HaUMMEHBbIIINX KBAAPaTOB.

CyiecTBytoIie IOAX0IbI K OIIPEIeIEHII0 HEeO -
HOPOIHBIX OCTATOUHBIX HATIPAKEHUH 10 PesyabTa-
TaM U3MEPEHUsI KOMIIOHEHT BEKTOpa IepeMeIleHui
OCHOBaHbI HA MUHUMHU3AINU HEBA3KHU MEXKIY DKCIIe-
PUMEHTATHFHBIMYU JAHHBIMA U PE3yJIbTaTaMH pelle-
HUA IPAMOU 3a7a4u [34] uin Ha BBIMUCIEHUN KOM-
MIOHEHT TeH3opa medopMarIluii, mociae 4ero 3amada
CBOAMTCS K pereHuio cucrems (4) [35].

Hna perreHus TpexMepHOM JTWHEHHOW 3amgadu
JIOCTATOYHO PACCMOTPETH OAHOOCHOE HEOIHOPOAHOE
HaNPAKEHHOEe COCTOAHHUE O, = 0,(2), 0, = 0, = T,, =
= T,, = T,, = 0. Torna npu HenmpepbIBHOM yBenH4e-

HHMH TJIyOHHBI OTBEPCTHs A KOMIIOHEHTHI BEKTOpa
nepemernienui u = (i, v) MOKHO 3aKCAThb B BUIE

h
u(r,0,h) = [ C(r,0,h,2)5 , (2)dz,

0 (5)
v(r,0,h) = [ S(r,0,h,2)0  (2)dz.

0

YpaBuenus (5) mpencTaBiaslOT CcOO00M HHTE-
rpanbHbIEe ypaBHeHUsa Bombsrepps! 1-ro poma. Baszo-
Bble (DYHKIUN — fAApa WHTETPATHHBIX OIIEPATOPOB
C=Cr,0,h,z) u S=S8,0,h,z) — onpenensior
repeMeleHnss Ha moBepxHocTu Tema (z = 0) ¢ orT-
BepCcTHEeM INIyOWHOW A TPy MPHJIOKEHHH Ha CIIOH,
3ajeraiiuil Ha TayOuHE 2z, eIUHHYHBIX pacTd-
ruBammux HanpssreHuit. Haxonar ux anmpokcuMa-
nued pelleHu, MOJyYeHHBIX B pedyiabrate MHKO-
pacueTos.

Onpenenenne 6a30BBIX PYHKITHI

Hma ompesieieHud 6a30BbIX  (PYHKIHH
C=Cr,0,h,z)uS = S(r, 6, h, z) paccmaTpuBaercs
YIPYroe TMOJIYIIPOCTPAHCTBO (TPAHUIA IIOIYIIPO-
crpaucTBa 2z = 0) ¢ MUINHIPUIECKUM TIIyXUM OTBEP-
CTHEM C IUIOCKHM JTHOM PAaIUyCOM Iy U TJIyOuHOi A,
HATPYKEeHHOEe HA 6ECKOHEYHOCTH PACTATUBAIONAMU
HANPSKEHUAME O = O, BJOJb OCH X, 0, = 0, = T,, =
=1, =71,=0 (puc.3,a). Ilepememenus ToueK
Tela HA ITOBEPXHOCTH IIOJYIPOCTPAHCTBA U’ =
=W?,uf) (B mONIIPHON cuCTeMe KOOPAHHAT) MOXKHO
3aIucaTh B BUJE

ug :G(l_vr+Up(r,h)+
4pu\l+v

+rcos20 + U, (r,h)cos 29], (6)

ug = _4%4 r+V, (r,h))sin 20.

ITH KOMIIOHEHTHI MEepPeMeIeHUs MOKHO IIpe-
CTaBUTH B BHUAE CyMMbI KOMIIOHEHT IT€peMeIleHUs
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u’ = w?,ul) B 3amaue o momympocTpancTse 6e3 OT-
Bepcrus (puc. 3, 6)

u® cy(l_vr+rcos29),
4 \l+v
b

ug =—4irsin26
u

(7

¥ KOMIIOHEHT IlepeMeleHn u’ = (u¢,u§) B 3amade o
IIOJIyIIPOCTPAHCTBE, COZAEPIKAINEM IJIyX0e OTBep-
cTHe, HArpyKeHHOe Ha KOHType OTBEPCTHA HaIpd-
JKeHUAMH 0 = 0, (puc. 3, 8),

ut = 4£H(Up (r,h) +U , (r,h) cos 20),

o (8)
ug = —4—Vq (r,h)sin 20.
u

B Bripaxkenusax (6) — (8) BeawuuHBI pasMepHO-
CTH IIMHBI HOPMHUPOBAHBI HA PAZIUYC OTBEPCTHUS T'.

Bripaskenus (8) B mpupallleHHuAX BEeKTopa mepe-
memenud du’ = (du¢,duf) npeacraBigoTCa TaKUM
obpasom:

dut =4£M(up(r,h,z) +u, (r,h,z)cos 20)dz,

dug :—qu(r,h,z)sinZGdz,
4p

h h
[, h2)de =U, (), [u,(r,h,2)de =U, (r,h),
0 0

h
[v,(r,h,2)dz =V, (r, 1. 9)
0

Ina omnpenenenms dbyHEIuE u, = u,(r h, 2),

u, = uy(r,h,z) u v, =v,rh,z) npu Domou YuUC-
JIGHHOTO MOJIEJIUPOBAHUA PACCMATPUBAETCA CEPHUs
u3 M 3amad o Tene C yIaJeHHBIMU TPAHUIIAMU C OT-
BepcTHAMM TIybuHOM hj, j =1, ..,d, hy < .. <hy,
Harpy:KEeHHOM Ha KayKIOM CJIoe TOJIMHHOHN dz, pac-
THI0JI0KEeHHOM Ha riaybune z (z <h;). Ecnu mpunATh
IIIar TPUPAIEHUs TIyOUHBI OTBEPCTHUA, MUHUMAh-
HYIO TJIyOWHY OTBEPCTHS h ¥ TONIIUHY CJIOS OMHA-
KOBBIMH M PaBHBIMU (z, JIETKO IOACYUTATH YTO TPE-
Oyercs pelIuTb YHUCI0 3a1a4
M- 1 h; —dz 1 h; —dz

2\ dz dz

+2

ITockombky umcno 3amad BEIHKO, TpeOyeTcs OITH-
MU3UPOBAaTh BbIUUCIUTENBHYIO CIOMKHOCTHb OTHElb-
HOH 3a/1aun (He TOHWKAS IPU 9TOM TOYHOCTH) U aB-
TOMATH3UPOBATH MPOIECC BHIUMCICHUNU. ABTOMATH-
3aIya BBIYUCIEHUH NOCTUTAETCS BHEJPEeHUEM B BbI-
YUCIUTENIBHBIM aJTOPUTM IIPOrPaMMHBIX BCTaBOK,

00ecreunBalInX [HKINYECKOe I[IOBTOPEHHE BBbI-
YHCIIEHHWH I10CIe MOSU(PMKAIINKY TeOMeTPHH W Ipa-
HUYHBIX YCJIOBHU MOIENIU. BhrumciuTe IbHAA CIIOMK-
HOCTH OITHMH3UPYETCSd MPUMEHEHUEM CIIeI[HaTb-
HBIX OCErapMOHHUYECKHUX 3eMeHTOB [33], mcmoib-
3yeMbIX B 3a/1a4ax IS TeJl, UMEIOIINX OCEBYIO CHM-
METPHIO W HAXOMAIIUXCS I107] AeHCTBHEM HEeOCECHM-
METPUYHBIX HATPY30K. B aTOM cityuae meiicTByroas
Harpyska F = F(0) packiagbiBaeTcsi B TPUTOHOMET-
PHUYECKHI PAM CIeAYIOIero BUAA:

FO)=A, + Z(An cos(n0) + B, sin(n0)).
N

Kommnomentsr marpysku A,, n = 0, ..., N, Ha3bI-
BaTca MogaMu. Brmanm Kammoi MOl BEIYUCIAETCA
HE3aBUCHMO B OT[€IbHOM pacyere. B ciydae oxHo-
ocHOro pactsskeHus (cM. dopmyabr (6) —(9)) Ha-
rpy3Ka pacKIagblBaeTca Ha [BE MOJBI: 0CECHUMMET-
puunyio F = A, HaskIBaeMyio p-MOJ0#, ¥ TaPMOHU-
JecKyio Moay BToporo mopsimka F(0) = A,cos 20 +
+ B, sin 20, HassiBaeMyio g-Mozxoi. 13 pemrenus 3a-
Jauu T OCeCUMMETPUYHOM MOJbI YCTAHABJIHUBA-
erca yHKIHA U, = u,(r, h, z), a U3 pernenus sana-
4K 7 TAPMOHUYECKOH — yHKIuH u, = u,(r, h, 2)
uv, = vy(n, h, 2).

Hanee 3amaya CBOIUTCA K OIPENEIEHUIO Pau-
QIBbHBIX IEpPeMelleHruH HA MTOBEePXHOCTHU YIIPYTOTO
MOJIyIIPOCTPAHCTBA HAa pajuycax, HAaIpPaBIEHHBIX
oz yriaamu 0 = 0 u 17/4 K pedcTByIOIIeld HarpyskKe,
¥ TaHTEHIMAJIbHBIX IIEpPEeMEeIeHnd Ha paguyce,
HAIPaBJIEHHOM IIOJI YIJIOM 77/4 K JeHcCTBymoleH Ha-
rpyske.

[Tocne Beimonuenusa pacdera dynkmuun U, =
= U, h), U, = Uy(r, h) u V, = V,(r, h) moryT OGbITH
noaydeHbl W3 yHKImME u, = w,(n, h,2), wu,=
=u,(r, h,2) uv, =v,(r, h,2) TyreMm UX YUCIEHHOTO
WHTETPUPOBAHUA 110 IIEPEMEHHOM 2.

IIpoBoguTca umciieHHOE HCCiIeqOBaHUE (YHK-
muit AByx mnepemenneix — U, =U,(rh), U, =
=U,r,h) u V, =V, (1, h). B pesynbrare aBTOMaTH-
3UPOBAHHOTO pacyera perreHo 3240 3agay Ha Moje-
JIW yIPYTOTO IOJIyIIPOCTPAHCTBA C TPAHUIIAMH, yia-
JICHHBIMU OT OTBEPCTHA Ha BEJIWYHWHY (5r) IpH
BapbUpOBaHUM Iy6uHbBI oTBEpCTHs ot 0,1r 1m0 87 ¢
mrarom 0,1r,. Ha puc. 4 npencraBieHbI pe3yaIbTaThl
anammsa. OTKIWK HA ITOBEPXHOCTH IIepecTaer Ha-
pacrath OpHU AOCTHIKEHWH TIyOWHBI OTBEPCTUA Be-
JWYUH ~ 37, YTO COTJIACYETCH C U3BECTHBIMHU JKCIIE-
puMeHTaNBHBIMU AaHHBIME [32]. Tak, KOMIIOHEHTHI
TepeMeIreHns Py yIiIyOJeHun Ha BeJIUIHHY, 60/Ib-
myio 3r,, I[epecTalnT H3MEHATHCA. ¥ CTAHOBIIEHO,
YTO IPHU JOCTWKEHUU TIyOMHBI OTBEPCTHSA 3r HPO-
HCXOMUT BBINOJAKHUBAHNE MPOQPUIA TOBEPXHOCTH.
IIpu h = 3r;, moBepxHOCTH IPHOOPETAIOT IPAKTHUIE-
CKH HYJIEBYIO ITPOU3BOIHYIO 10 /1.

ITocne ompenemenus QyHKIME u, = w1, h, 2),
u, = uyr, h,2) uv, =v,r h, z), onuceiBaromux 3a-
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BHCHMOCTH IiepeMelriennii ot 1, h u z, pyuxmuu C = C(r, 0, h,z) u S = S(r;, 6, h, z) NoIy4aOT U3 CAEAYIOIINX
COOTHOIIIEHHUI:

c d c
C(r,0,h,z) :l du; cos 0 _Lduy sin 0,
c dz c dz (10)
du ¢ du§
S(r,0,h,z) =lﬁsin6 + 1dus cos 0.
c dz c
IlomcraBus B (10) BhIpaskeHus U3 COOTHOIIEHHUI (9), momIyIuM
C(r,0,h,z) = ;—O(up (r,h,z)cos 0 +u, (r,h,z)cos20cos 0 + v, (r,h,z)sin 20sin 0),
"
S(r,0,h,z) =Z—0(up(r,h,z)sin9 +uy(r,h,z)cos20sin0 —v, (r, h,z)sin 20 cos 0).
u
Ilocie TpuroHoMeTpHUYECKHX IPe0OPA30BAHME STUX BBIPAKEHUH MOMKHO 3aIIUCATh:
o cos0 9
C(r,0,h,z) = W, (r,h,z) —u,(r,h,z) +2v,(r,h,z) + cos* 0Q2u, (r,h,2z) - 2v,(r, h,2))),
ro $in @ (D)
S(r,0,h,z) =-2 W, (r,h,z) +u,(r,h,z) —2v,(r,h,z2) +sin? 0Q2v, (r,h,2) —2u, (r,h,2))).

Taxum o6pasom, 3HAT KOMIOHEHTEI TepeMeleHuit u, = w,(r, h, 2), u, = u,(r, h, 2) nv, = v,(r, h, 2) B 3aBu-
CHMOCTH OT pajiyca OTBEpPCTHUS I' U ero riayOuubl h mo coorHorneHusMm (11) HaxomaT 6a3oBble (PyHKIAU
C=Cr0,h,2)uS =S(0,h, 2).

Ha puc. 5 mpuBesieHBI pesy/ibTaThl YHCIEHHBIX PACIeTOB KOMIIOHEHT IIepeMeIleHud u, = u,(r, h, z),
u, = uy(r,h,z) mv, = v, h,z) B 3aBUCHMOCTH OT Pajfiuyca I U TTyOHHBI 2 HATPY/KEHHOTO CIOA I YeThIpex
ciIy4yaeB INIyOuHBI oTBepcTus — h/ry, pasaoro 0,2, 0,5, 1,5, 3,0. Onpenenenb! YucieHHbIE 3HAYEHUS 0a30BBIX
dbynxnuit C =Cr,0,h,2) 1 S =810, h,z). U3 anamusa cnenyer, 9to oTH (DyHKIMH, Tak xe Kak U, =
=U,(r, h), U, =U,r,h) uV, =V, (1, h), conepsxar 4anensl, yobIBaloue oT I U 2, a IMEHHO — HabmofaeTcsa
CUJIBHO yOBIBAIOIIAS 3aBUCUMOCTD 9TUX (DYHKIIMH OT r u OoJiee ciabas or z.

KomnouenTs! TeH3opa medopmariuii, HalijleHHbIE 110 IPUBEJIEHHBIM pacderaM, Ha II0BEpXHOCTH Teja B 3a-
BHUCHUMOCTH OT TIyOHMHBI OTBEPCTHA coryacyiorced ¢ nanabiMu crangapra ASTM E837 u maxomgarcs B cooTBeT-
CTBUH C U3BECTHBIMU HKCIIEPUMEHTAIbHBIMY pe3yabraramu [32].

BerunciieHne KOMIIOHEHT TE€H30pa HANPIKEHUH

Ucnonbsys ypaBaenud (5), 1714 TPOU3BOIbHON TOYKH HA IIOBEPXHOCTH TeJIA BOIU3U BHICBEPIUBAEMOTO OT-
BEpPCTHA MOKHO 3aIHCATDH CIeAYIOIIre COOTHOIIEHHS:

h h h
w,(h) = [ C,0,,h,2)0 ()2 ] [ 1,0, - 2, k2 Jo, (202 2 [ Ty 1,0, b, 201, (2)dz + 2
i |2 Vi 9 y 9 1MoV Yy 0
0 0 0

h h \/Eh (12)

v (W) = [ 8(;,0,,h,2)5 . (2)dz + [ C| 11,0, == b2 |5, (2)dz + = [ Ty (r;,0,,h,2)1 . (2)dz =v,,

12 [ 21 [ 2R 9 y 9 2V Yy Yy 0
0 0 0

IIe

T, (r,0,h,z) EC(I‘,@ —n,h,z) + C(r,@ —%,h,z) —S(r,@ —n,h,zj + S(r,@ —3n,h,zj ;
4 4 4 4

Ty (r,0,h,2) EC(r,e —Z,h,zj —C(r,@ —T,h,zj + S(r,@ —Z,h,z) + S(r,e —T,h,z) .

Cuwnras HeM3BeCTHbIE KOMIIOHEHTHI TeH30Pa HANPIKeHHU ITOCTOSHHBIMU HA KAMKIOM IIare MpHupaIieHus
ryOuHBI OTBepeTHa — G,(2) = const, 6,(2) = const, 1,,(2) = const, z;_; <z<z;,j =1, .., J, u 3anucas ypas-
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Puc. 4. I'padurn dynrmmii xeyx nepemennsix: a — U, = U, (1, h); 6 — U, = U, (r, h);6 —V, =V (1, h)

Fig. 4. Graphs of the functions of two variables U, = U,(r; k) (a); U, = U,(1; h) (b), and V, = V,(1; h) (c)

Henus (12) AmA KamAOTO HKCIEPUMEHTATHHOTO H3MEPEHUs, IMOLYYNM CHCTEMY JMHEHHBIX aarebpamvecKux
ypaBHeHUU BUAA

SH

ull lcl(z) sl {11(21) o .. 0 1 o}

vi si(zy) ¢ilzy) tl(zy) 0 0 0 1|k,

ull |ci(zy) 55(z) ti(zy) o .. 0 1 o2
U : : : o2t (13)

u?| |elz) stz tz) cizy) ... 0 1 0ff:

. . : . . »

I : o : /)

vl | |87 () €]z t () s{(zy) ... t](z;) 0 1]y,

Yo

K05 (PUIIIEHTHI KOTOPOH OIIPEefeIAI0TC BhIPAIKEHUAMU:

crz))= [Cr,0,,2,,2)dz; ¢ (z) = | C(ri,ei—g,zn,z)dz;
Zj Zj1

z.

Zj J
s7(z;)= [ 80,,0,,2,,2)dz; 57 (z,) =- | S(r- Gi—g,zn,zjdz;

13

Zj Zj1
z; 9 - z; B

trz,)= | ‘ng(ri,ei,zn,z)dz; )= | ‘gTz(ri,ei,zn,z)dz.
Z; Zj1

Jlannas cucrema SBISETCA IEPEOIIPeIeIeHHOM 3a cueT W36bITOYHOro umciaa wamepenuin (I > <J), 4ro
[IPHU PEeIIeHUN YaCTUYHO KOMIIEHCHUPYEeT SKCIEePUMEHTAIbHbIE OITHOKH M3MEPeHHUsI KOMIIOHEHT BEKTOpa mepe-
MelleHUu!.

IIpoBepka 4yBCTBHTEIHLHOCTH METOAA K 00HEMY M TOYHOCTH 3KCIIEPHMEHTAIBHBIX JAHHBIX

IIpoBepKy 4yBCTBHTEIHLHOCTH METO/A IIPOBOAMIN HA YHCIEHHOM DKCIepuMeHTe. B KauecTBe 00bekTa HC-
cienoBaHus paccMmarpuBanu 6pyc pasmepamu 100 X 50 X 20 MM 13 MaeabHO YIPYrOILIACTHYECKOrO MaTe-
puaina ¢ moxynem IOQura 200 I'TIa u mpenemom texyuectu 500 MIla. Ha mepBoMm stame B 6pyce dhopMupoBamu
OCTATOYHbIe HANPIKEHUA, I Yero HarPy:Kalu ero YHUCThIM H3THOO0M IIyTeM II0BOPOTA TOPI[OB A0 BO3SHHKHO-
BeHHd IUTacTUYecKux gedopmariuii. Ha Bropom stamne 6pyc pasrpyskaiu OT BHEIITHUX HATPY30K — OT BepXHeH
MTOBEPXHOCTH HAPAIMBATIN OTBepcTHe paauycoMm 1 mm maramu 0,2 mm 1o riry6buse. Ha kaxmom mare 3anuchI-
BaJIH IPHpPAIeHNUsI KOMIIOHEHT TAHTeHIINATbHBIX IIepeMellleHu Ha IIOBEPXHOCTH B 30HE paguycoM 7,5 MM OT
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Puc. 5. 3asucumoctu KOMIOHEHT u,, = w,(7; h, 2) (1), u, = u, (1, h,2) (2) mv, = v,(1; h, 2) (3) npu raybune orsepcrus h/ry, pas-

woit 0,2 (a); 0,5 (6); 1,5 (8); 3,0 (2)

Fig. 5. Dependences of the components on 1, h, z: u,, = w,(r; h, 2) (1), u, = u, (1, h, 2) (2), and v, = v (7, h, 2) (3) at a hole depth

hiry = 0.2 (a), 0.5 (b), 1.5 (c), 3.0 (d)

Kpas orBepctus. A OIEHKM YyBCTBHTEIHLHOCTU
MeTofa K TOYHOCTH U3MePeHUH K 3HAYeHUAM KOMIIO-
HEHT Bekropa mepememenuii u!, v!, i=1,..,1,
Jj =1, ..., dJ, 106aBIsaIu YHCIEHHBIHA IIyM, IPEICTaB-

JISIIOIUAM COOO0M CIydalHyI0 BEIWYHMHY IIepeMelre-
HUU C HyJeBbIM CpPeIHHM U BapbUPyeMBbIM CTaH-
IApTHBIM OTKJIOHEHHWEM S, KOTOpOe IMPUHHUMAIO ab-
comtoruble 3Hauenus 0,001, 0,005, 0,01 u 0,05 miM.
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Puc. 6. Pesynprarsl BbMHCIEHUS HANPIKEHWH IIPU S =
= 0,001 mxm u 2066 m3mepeHusx Ha mar (), a TakKe IpU
s = 0,01 mxm u 340 usmepenusax Ha miar (6)

Fig. 6. The results of stress calculation at s = 0.001 pm
and 2066 measurements per step (a), s = 0.01 pm and 340
measurements per step (b)

3areM M3 3TOT0 MacCHBA KOMIIOHEHT IT€peMeIeHni
¢ IIyMOM CIy4a#HBIM 06pasoM (hOPMUPOBATIH BBI-
OOpPKY 3aaHHOTO pasMepa U MOJABAIH HA BXOJ Pas-
paboTtaHHOTO Ha A3BIKe mporpammupoBanusa Python
QJITOPUTMA, OCYIIECTBIAIOIIETO (POPMHUPOBAHHUE U
pemienne cucrembl (13) MeTomoM HaWMEHBIIHX
KBaJpaToB.

Ha pwuc. 6 morasawbl IpuMepbl Pe3yIbTaTOB
IIPOBEIEHHBIX BbIUUCIEHUN HAIPSKEHUU II0 OIH-
CAHHOMY METOJY IIPH PA3JIHUIHBIX ITapaMeTpax BbI-
6opku. CriomHON NWHWEH TMOKa3aHbl HUCTHHHBIE
3HAYEHHUSA HAIpsKeHW#, a croxbuyaToil auarpam-
MOM — pe3yJbTaThl YHCIEHHOTO PEIIeHU CUCTEMbI
(13) mo mpeaIoKeHHOMY aJTOPUTMy. Bemuumza
s = 0,01 mem (cM. puc. 6, 6) XapaKTepHa IJIs OIpe-
JleJIeHUsl TaHTeHIIMAJbHBIX KOMIIOHEHT IIlepeMelre-
HHUIA METOIOM CIIeKJI-HHTeP(EPOMETPHH.

B pesynbprare amamusa 6GOJBIIOrO KOJUIECTBA
YUCIEHHBIX JKCIIEPUMEHTOB C/IeJIaH BBIBOM, YTO W
3HAUEHUe S, U YHCII0 U3MEPEeHNH Ha IIar CyIecTBeH-
HO BIMAIOT HA TOYHOCTH OIpPEJeIeHUA KOMIIOHEHT
TeH30pa HANPSKEHWH, IIPU 9TOM He OTMeYeHa JyB-
CTBUTEIBHOCTH K PACIIOJIOKEHUIO TOUEK ITPOBEIEHU
nsmepenuil. [[na ompeneneHus mpefenbHON TIyOH-
HBI, 0 KOTOPOY BO3MOJKHA J[IOCTOBEpPHAA OIEHKa
KOMITOHEHT T€H30Pa OCTATOYHBIX HATPSKEHUH, IIPO-
[eaypy UX BBIUKMCIEHUA ITOBTOPSIU MHOTOKPATHO
(250 pas) musd KamKAoro COYETAHWs BEIUYUHBI S U
yucnaa uaMepeHuit Ha mar. 1locie sToro mo pesyss-
TaraM BBIYHCICHUH HAXOIUIN CTAaHAAPTHOE OT-
KJIOHEHHE BEIWYWHBI WHTEHCUBHOCTH HATPSKEHUN
B 3aBUCHUMOCTH OT TJIyOUHBI PACIIOTIOKEHUA COOTBET-
cTByMOIIler0 cnod. Takasd 3aBUCUMOCTH HOCHUT BO3-
pacratomuii  xapakTtep (TOYHOCTH OIpPeneIeHUsd

20
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Puc. 7. 3aBucumocTh npenenbHOM INIyOWHBI OIIpeIeleHus
HAIPAKEHUH 0T Yucia usMepeHui Ha mar npu s = 0,01 MM

Fig. 7. Dependence of the maximum depth of the stress de-
termination on the number of measurements per step at
s = 0.01 pm

ajgaeTr ¢ IIyOWHOM) W IO3BOJIAET ONPENEIUTDb IIIy-
OWHY, TpU KOTOPOH CTaHAApTHOE OTKJIOHEHHE J0-
cruraer samaHHoro mopora. Ha puc. 7 mpusenena
3aBHCUMOCTh IIPEEIbHOM INIyOHMHBI OIpEeeIeHus
HATPSIKEHUH hy,,/T), TIPU KOTOPOH CTAHJAPTHOE OT-
KJIOHEHHE BEeJIMYHWHbI MHTEHCHBHOCTH HAIIPSKEHMI
nJocturaet mmopora, passoro 10 MIla.

Bupgwo, uto mpu uncie M3MepeHWH Ha IIar OT
500 u 6oJree HCIIOIBL3yEMBIH METO[ COBMECTHO C OII-
peleneHneM TaHTEHITUATBHBIX KOMIIOHEHT BEKTOpa
mepeMeIeHnii MeTOJIOM CIIeKI-HHTepdepoMeTpun
TI03BOJIAET HAXOMAUTH OCTATOYHBLIE HANPMKEHHUA 0
riryounst 1,5r. [lanbaeinuil pocT mpenerbHOH TIIy-
OWHBI OlpesiesieHNd HANPIKEHUN Ha MPAKTUKE, Be-
POATHO, HEJTOCTHKHIM.

3axarogeHue

IJKCIEPHUMEHTAIBHBIE METOBI IIU(PPOBOL CIIEK-
“HTEpEPOMETPHUN U KOPPEIAIUU ITU(PPOBLIX H30-
OpaskeHUI TPUMEHSIOTCA I OIpefeIeHus KOMIIO-
HEHT BEKTOpa IIePEeMEIeHHU IIPH WCIIO0JIb30BAHUN
MeTOJla TOYEYHOTO IIOIIarOBOTO CBEPJIEHUSI OTBEp-
cruii. B pa6ore mpesioKeHbI Ompeenaoine coOoT-
HOIIEHUs g 9THX KoMmmoHeHT. CooTHOLIeHHs 3a-
MHUCHIBAIOTCS B BHIE HHTETPAIbHBIX OIIEPATOPOB
Boabrepperr. Ilo Hum mpegmaraercs onpeneaiaTh He-
OJTHOPOJIHOE TI0 TJIyOWHE TI0Jie OCTATOYHBIX HAIPS-
skeanit. O0beM W TOYHOCTH U3MEPEHHH COBpEMEH-
HBIMH OIITHYECKHMM METOHAMHU JIOCTATOYHBI IJI
MIpUMEHEeHHs YKa3aHHOTO MeTOo/Ia.

IIpenno:xernubie YHCIEHHO-AaHATUTHIECKUE Me-
TOIABI B COUETAHHHU C DKCIIEPHUMEHTAIbHBIM OIpeze-
JIeHreM KOMIIOHEHT BeKTopa IepeMellleHus MeTona-
MU [uQPOBOH CIIEKI-UHTEP(EPOMETPHH UIH KOoppe-
JISAIUNA ITH(PPOBBIX H300PAKEHUM IIPH IIOIIATOBOM
CBEPJIEHUH OTBEPCTHH II03BOJIAIOT HAXOAUTH HEOJ-
HOpozHbIe (0 riry0uHe U B ILIOCKOCTH) OCTATOYHEIE
yIpyTr¥e HampsiKeHus. basoBble (DYHKIWH dYeThbI-
pex mepeMeHHBIX KoopamHAt (1, 0, z, h) MoryT OBITH
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OIIpe/ie/IeHbI YUCIEHHO C IPUMEHEHUEM IIPe/II0KeH-
HBIX aJITOPUTMOB.

YcraHoBIE€HO, YTO METOA IM(POBON CIIEKI-HH-
Tepdepomerpun obecrednBaeT 00HEM U TOYHOCTD
BXOOHBIX NAHHBIX, MOCTATOYHBIEC /JII OIIpeae/IeHUnd
HEOOHOPOOAHBIX IIO I‘JIy6I/IHe OCTaTOYHbIX HAIIpdKe-
HUH [0 IIyOUHBI [IOJIYTOpPa PAIIyCOB OTBEPCTHA.
CoBpeMeHHOEe COCTOSTHHE METOa KOPPEeIAIun Iud-
POBBIX H300paKeHU He [T03BOJIAET OIIPeNeIaTh He-
OMTHOPOOHBIE II0JIA OCTATOYHBIX HaHpﬂH{eHI/IfI C IIpu-
MeHEHHEM METO/a CBEepJIeHHUs OTBEPCTHH B MeTal-
nax. OZHAKO METOJ MOKHO MCIOJIB30BATH IS OIIPe-
IleJIeHUs TaKUX [0JIeH B HU3KOMOAY/IHHBIX MaTepua-
Jiax. BOSMO}KHOCTB IIPUMEHEHHUsI JaHHOIO MeToda K
MeTaJljIaM MOJKET IIOSBUTHCA IPU JalIbHEHIIEM €ro
PasBUTHH U COBEPIIEHCTBOBAHUU.

IIpennaraeMbIii MeTOJ HCIIOIB3YeTCA IJIA H30-
TPOIIHBIX MAaTePHAaOB, HO IIPH BBIOOPE COOTBETCT-
BYIOIIAX OIPEAEeJIAIIINX COOTHOIIEHUH ero BO3-
MOKHOCTH MOTYT OBITH PACIIPOCTPAHEHbI HA AHU30-
TPOITHbIE U KOMIIOSHUITMOHHBIEC MaTepuaJsbl.

JINTEPATYPA

1. Fairfax E. J., Steinzig M. A. Summary of Failures Caused
by Residual Stresses / Conf. Proc. of the Soc. for Exp. Mech.
Series. — Springer, 2015. P. 209 — 214.

2. Popov A. L., Kozintsev V. M., Chelyubeev D. A., Levi-
tin A. L. Hole-Drilling Method in Residual Stress Diagnostics /
Mechanics of Solids. 2021. N 56. P. 1320 — 1339.

DOI: 10.3103/S0025654421070190

3. IIpoGieMbl IPOYHOCTH, TEXHOTEHHOH GE30IACHOCTH W KOH-
cTpyknmronHOro Marepuanosenenus / [lox pex. H. A. Maxytosa,
10. . MarBuenko, A. H. Pomanosa. — M.: Jlemann, 2018. —
720 c.

4. Monaxos A. NI.,, fIkosxes H. O., Asraes B. B., Koro-
Ba E. A. Paspymaroriue MeToasI oOmpeiesIeHus OCTATOYHBIX Ha-
npsokenuit / Tpyzsr BUAM. 2021. Ne 9(103). C. 95 - 104.

DOI: 10.18577/2307-6046-2021-0-9-95-104

5. Maxyros H. A., 'aneanna M. M., Oguaues U. H., Pazymos-
ckuii U. A. Passurrie MeTOI0B PACUETHOTO U 9KCIIEPUMEHTAIb-
HOTO OIIpeJie/ieHusi JOKATbHBIX OCTATOUHBIX HANPSIKEHUN MPH
CJIOMKHBIX CIEKTpax Harpy:xkenus / [Ipo6ieMbl MAITHHOCTPOSHUST
u HagexHocru mamuH. 2015. Ne 6. C. 53 — 62.

6. Baryasaua A. O., lynapes B. B., Heguu P. JI. IIpexsapu-
TeJIbHbIE HANPAKEHUA: MOJETUPOBAHNE U UACHTHU(UKAIIUT. —
Pocros-ua-Jlouy: Usn-so I0sxuoro0 dex. yuusepcurera, 2014, —
206 c.

7. Ompuaues U. H., ILnyraraps T. II., Iltoraukos A. C. IIpax-
TUYECKUe acleKThl IPUMEeHEeHHs paspylIaloliux MeTOI0B OIpe-
JeJIEHUA OCTATOYHBIX HAIIPSAKEHUH B COYETAHUU C DIIEKTPOHHOU
crexn-unrepgepomerprueit / XII Beepoc. cvesn o dpyumamenra-
JIBHBIM Ipo6ieMaM TeOpeTHYeCKOW W IPUKIATHON MEXaHUKH.
C6opuuk TpymoB B 4-x Tomax. — Y da, 2019. C. 731 - 733.

DOI: 10.22226/2410-3535-2019-congress-v3

8. Schajer G. S. Universal Calibration Constants for Strain
Gauge Hole Drilling Residual Stress Measurements / Experi-
mental Mechanics. 2022. N 62. P. 351 — 358.

DOI: 10.1007/s11340-021-00771-0

9. Schajer G. S. Optical Hole Drilling Residual Stress Calcula-
tions Using Strain Gauge Formalism / Experimental Mecha-
nics. 2021. N 61. P. 1369 — 1380.

DOI: 10.1007/s11340-021-00740-7

10. Harrington J., Schajer G. S. Measurement of Structural
Stresses by Hole-Drilling and DIC / Experimental and Applied
Mechanics. 2017. N 4. DOI: 10.1007/978-3-319-42028-8 11

11.

12.

13.

14.

15.

16.

17.

18.

19.

20.

21.

22.

23.

24.

25.

26.

217.

Cohen R., Noyan I. C. Residual stress — measurement by dif-
fraction and interpretation / Springer Ser. On Mater. Res. and
Eng. — Springer-Verlag, 1987. P. 215 — 226.

Guo J., Fu H., Pan B., Kang R. Recent progress of residual
stress measurement methods: A review / Chinese Journal of
Aeronautics. 2021. N 34. P 54 — 78.

DOI: 10.1016/j.¢ja.2019.10.010

Hepaspymarouuit kourpons / Ilox pex. B. B. Kmoesa B 8.
2005, 2006 rr.

Kapaxosos E. B., Oguanes U. H., Ilntoraukor A. C., ILxy-
raraps T. II. Onenka BBICOKOTPAIUEHTHBIX KOMIIOHEHT OCTa-
TOYHBIX HAIIPAKEHUH 110 TaHHBIM METO/Ia CBEePJIeHUI 30HIUPYIO-
mux orepcruit / C6. Tpymos XXXI Mesxn. Wunosarn. Koud.
MUEMYC — 2019. — Mocksa: ®I'BY nayku Uucruryr mammu-
woBenenus uM. A. A. Braroupasosa PAH, 2020. C. 90 — 93.
Zavoychinskaya E. B. On the Theory of Scale Structural
Fatigue of Metals at the Proportional Loading / Journal of Phy-
sics. 2020. N 1431. P 012024-012032.

DOI: 10.1088/1742-6596/1431/1/012024

Mironov S., Ozerov M., Kalinenko A., et al. On the relati-
onship between microstructure and residual stress in laser-
shock-peened Ti-6A1-4V / Journal of Alloys and Compounds.
2022. N 163383. DOI: 10.1016/j.jallcom.2021.163383
OpuunaukoB E. U., Boaeros II. C. Usyyenue Buma Hamps-
JKEHHO-ZIe()OPMUPOBAHHOTO COCTOSHUA KPUCTAIUIUTOB B PAMKAX
OIpe/e/IeH s OCTATOYHBIX ME30OHAIPIKEHUI B MOJIENI HEYIIpy-
roro necopmupoBanusd nonukpucraiia / Becruuk Tam6oBckoro
yuusepcurera. Cepua EcrecTBeHHBIE U TeXHHYECKHE HAYKH.
2016. T. 21. Ne 3. C. 1199 - 1201.

DOI: 10.20310/1810-0198-2016-21-3-1199-1202

Seifi R., Salimi-Majd D. Effects of Plasticity on Residual
Stresses Measurement by Hole Drilling Method / Mechanics of
Materials. 2012. Vol. 53. P. 72 — 79.

DOI: 10.1016/j.mechmat.2012.05.009

Aunnuinos A. B., Kucunes A. C., Jlapkus A. U. u ap. Omnpe-
IleJIeHYe OCTATOYHBIX CBAPOYHBIX HAIPAKEHUH Ha OCHOBE COBME-
CTHOTO HCIIOJIb30BaHUA METOOB roJIorpauuecKkoi mHTepdepo-
MEeTpPHUH W KOHEYHBIX demeHToB. — M.: MU®H, 2007. — 124 c.
Apal’kov A. A., Odintsev I. N., Plotnikov A. S. Estimation
of Range of Reliable Measurements of Residual Stresses by
Hole Drilling Method / Inorganic Materials. 2017. Vol. 53. N 15.
P 1496 - 1501. DOI: 10.1134/S0020168517150031
IInorankos A. C. Merop cBepieHUs 0TBEPCTHS IS OLpeferie-
HUS OCTATOYHBIX HAMPKEHW: aKTyaIbHOE COCTOSHHE U Iep-
cuexruBbl passutus /| Hayun. tpyasr VII Mexnys. Haydnoit
koH(. «PyHIAMEHTATIbHbIE UCCIENOBAHNA U WHHOBAITMOHHBIE
TEXHOJIOTUU B MamuHOcTpoenun». — M.: UMAIIl PAH, 2021.
C. 197 - 199.

Ananskos A. A., Oguunes U. H., ILtoraukor A. C. Ouenka
IUara3oHa JOCTOBEPHBIX M3MEPEHUU OCTATOYHBIX HAIPIKEHUN
MEeTOIOM CBEpJIeHUs OTBEepCTHH / 3aBojckas jaboparopwus. Jua-
rHocTuka Matepuanos. 2016. T. 82. Ne 2. C. 47 - 52.

Plugatar T. P, Odintsev 1. N., Plotnikov A. S. A Study of-
Residual Stress Distributions in Case-Hardened Material
Layers / AIP Conference Proceedings 2315. 2020. 040028.

DOI: 10.1063/5.0037301

Peng Y., Zhao J., Chen L., Dong J. A residual stress measu-
rement combining blind-hole drilling and digital image correla-
tion approach / Journal of Constructional Steel Research. 2021.
N 176. 10634. DOI: 10.1016/j.jcsr.2020.106346

Hagara M., Trebun F,, Pastor M., et al. Analysis of the as-
pects of residual stresses quantification performed by 3D DIC
combined with standardized hole-drilling method / Measure-
ment. 2019. N 137. P. 238 - 256.

DOI: 10.1016/j.measurement.2019.01.028

Olson M. D., DeWald A. T., Hill M. R. Precision of Hole-
Drilling Residual Stress Depth Profile Measurements and an
Updated Uncertainty Estimator / Exper. Mech. 2021. N 61.
P 549 - 564. DOI: 10.1007/s11340-020-00679-1

Pineda O. J. O. Investigation of the measurement of through-
thickness residual stress by combining digital speckle pat-
tern interferometry and the slitting method. — Floriandépolis,
2020. — 89 p.



72 «3aBojackada Jaboparopusda. [[maraoctura marepuanaos». 2023. Tom 89. Ne 12
28. Pastor M., Hagara M., Virgala I., et al. Design of a Unique 9. Schajer G. S. Optical Hole Drilling Residual Stress Calcula-
Device for Residual Stresses Quantification by the Drilling tions Using Strain Gauge Formalism / Experimental Me-
Method Combining the PhotoStress and Digital Image Correla- chanics. 2021. N 61. P. 1369 - 1380.
tion / Materials. 2021. Vol. 14. N 314. DOI: 10.1007/s11340-021-00740-7
DOI: 10.3390/mal14020314 10. Harrington J., Schajer G. S. Measurement of Structural
29. Rahimi S., Violatos I. Comparison Between Surface and Stresses by Hole-Drilling and DIC / Experimental and Applied
Near-Surface Residual Stress Measurement Techniques Using Mechanics. 2017. N 4. DOI: 10.1007/978-3-319-42028-8_11
a Standard Four-Point-Bend Specimen / Exp. Mech. 2022. N 62. 11. Cohen R., Noyan I. C. Residual stress — measurement by dif-
P 223 - 236. DOI: 10.1007/s11340-021-00779-6 fraction and interpretation / Springer Ser. On Mater. Res. And
30. Razumovskii I. A., Usov S. M. Development of the Hole- Eng. — Springer-Verlag, 1987. P 215 - 226. )
Drilling Method as Applied to the Study of Inhomogeneous Re- 12. Guo J., Fu H., Pan B., Kang R. Re.cent progress of residual
sidual Stress Fields / Journal of Machinery Manufacture and stress measurement methods: A review / Chinese Journal of
Reliability. 2021. Vol. 50. N 8. P 727 — 734. Aeronautics. 2021. N 34. P 54 - 78.
DOT: 10.3103/S1052618821080100 DOL: 10.1016/j.cja.2019.10.010 _
31. Kohri A., Mikami T., Suzuki Y. Residual Stress Measure- 13. 1;00(;16-(E$§t§t(;2;;1?11]398t1ng /Ed. V. V.Klyuev in 8 volumes. — 2005,
ment of the Engineering Plastics by the Hole-Drilling Strain- o .
Gage Method / ECRS-10 Materials Research Forum LLC Mate- 14. Karak(?on E., Odlptsev I‘,’ Plotnikov A., Plugatgr L
rials Research Proceedings. 2018. N 6. P 101 — 106. Determination of ngh-Grad.lept Components of Re51d}1al
DOI: 10.21741/9781945291890-17 Stress by Data of Test Hole Drilling Method / IOP Conf. Series:
.. . . . Mat. Sci. and Eng. Int. Conf. MIKMUS-2019. 2020. P. 90 — 93
32. Wern H. Finite-element solutions for mechanical drilling [in Russian].
methods: A new integral formalism / Journal of Computational 15. Zavovchinskava E. B. On the Theorv of Scale Structural
and Applied Mathematics. 1995. N 63. P. 365 — 372. ’ Fati Y ya L. b . ry ot X
atigue of Metals at the Proportional Loading / Journal of
33. Release 2021R1 Documentation for ANSYS [sekTpoHHBIH /10- Physics. 2020. N 1431. P 012024-012032.
kyment], ANSYS Inc. dnexrpon. nan. u mporp. (204997 daiinos: DOI: 10.1088/1742-6596/1431/1/012024
45076721176 Gaiir). 16. Mironov S., Ozerov M., Kalinenko A., et al. On the rela-
34. Pasymosckuit U. A., Uepnarun A. C. Onpenenenne Harpy- tionship between microstructure and residual stress in laser-
JKEHHOCTH U Je()eKTHOCTH DIEMEHTOB KOHCTPYKIMH Ha OCHOBE shock-peened Ti-6Al-4V / Journal of Alloys and Compounds.
MUHUMU3ANAN PACXOKAEHHUA MEKAY SKCIEPUMEHTAIbHBIMUA K 2022. N 163383. DOI: 10.1016/j.jallcom.2021.163383
pacdeTHbIMHE IaHHBIMY | 3aBoickas naboparopud. JJuarnoctaka 17. Ovchinnikov E. I., Volegov P. S. Study of the stress-strain
marepranos. 2012. T. 78. Ne 1. C. 71 - 78. state of crystallites in the framework of residual mesostress
35. Schajer G. S. Advances in Hole-Drilling Residual Stress Mea- determinstion in the model of inelastic deformation of a poly-
surement / Experimental Mechanics. 2010. Vol. 50. P. 159 — 168. crystal / Vestn. Tambov. Univ. Ser. Estestv. Tekhn. Nauki. 2016.
DOI: 10.1007/s11340-009-9228-7 Vol. 21. N 3. P. 1199 - 1201 [in Russian].
DOI: 10.20310/1810-0198-2016-21-3-1199-1202
18. Seifi R., Salimi-Majd D. Effects of Plasticity on Residual
REFERENCES Stresses Measurement by Hole Drilling Method / Mechanics of
Materials. 2012. Vol. 53. P. 72 - 79.
1. Fairfax E. J., Steinzig M. A. Summary of Failures Caused DOI: 10.1016/j.mechmat.2012.05.009
by Residual Stresses / Conf. Proc. of the Soc. for Exp. Mech. Se- 19. Anpilov A. V, Kisilev A. S., Larkin A. L., et al., Determina-
ries. — Springer, 2015. P. 209 — 214. tion of residual welding stresses based on the combined holo-
2. Popov A. L., Kozintsev V. M., Chelyubeev D. A., Levi- graphic interferometry and finite element methods. — Moscow:
tin A. L. Hole-Drilling Method in Residual Stress Diagnostics / MIFI, 2007. — 124 p.
Mechanics of Solids. 2021. N 56. P. 1320 — 1339. 20. Apal’kov A. A., Odintsev I. N., Plotnikov A. S. Estimation
DOI: 10.3103/S0025654421070190 of Range of Reliable Measurements of Residual Stresses by
3. Problems of Strength, Technogenic Safety and Structural Hole Drilling Method / Inorganic Materials. 2017. Vol. 53. N 15.
Materials Science / Ed. N. A. Makhutov, Yu. G. Matvienko, P. 1496 - 1501. DOI: 10.1134/50020168517150031
A. N. Romanov. — Moscow: Lenand, 2018. — 720 p. [in Rus- 21. Plotnikov A. S. Hole-drilling method for residual stress deter-
sian]. mining: current state and perspective / Sci. Proc. of the VII Int.
4. Monakhov A. D., Yakovlev N. O., Avtaev V. V,, Koto- SC}. Cpnf. “Fundam,?ntal Research and Innovative Technol-
va E. A. Destructive methods of residual stress determination / ogles 1n Mec,h' Eng.” — Moscow: IMASh RAN, 2021. P 197 -
Tr. VIAM. 2021. N 9(103). P 95 — 104 [in Russian]. 199 lin Russian]. . .
DOT: 10.18577/2307-6046-2021-0-9-95-104 22. Apalkf)v A.A,, Odintsev I. N,, Plotnllkov A.S. Evaluatl.og of
5. Makhutov N. A.. Gadenin M. M.. Odintsev L N.. Razu- the reliable measurement range of residual stresses by drilling
’ i . T e holes / Industr. Lab. Mater. Diagn. 2016. Vol. 82. N 2. P 47 — 52
movsky I. A. Elaboration of the methods for calculation and lin Russian].
experlmer.ltal determination of local.resulual stresses at com- 93. Plugatar T. P, Odintsev L. N., Plotnikov A. S. A Study of
plex loading spectra / Probl. Mashinostr. Nadezhn. Mashin. Residual St Distributi in Case-Hardened Material
2015. N 6. P 53 - 62 [in Russian]. esidual ress Distributions in Case-Hardene aterial
Layers / AIP Conference Proceedings 2315. 2020. 040028.
6. Vatulyan A. O., Dudarev V. V., Nedin R. D. Prestressing: DOI: 10.1063/5.0037301
Modeling and Identification. — Rostov-on-Don: Izd. Yuzh. Fed. 24. Peng Y., Zhao J., Chen L., Dong J. A residual stress mea-
Univ,, 2014. — 206 p. [in Russian]. surement combining blind-hole drilling and digital image corre-
7. Odintsev I. N., Plugatar T. P, Plotnikov A. S. Practical lation approach / Journal of Constructional Steel Research.
aspects of the application of destructive methods for determin- 2021. N 176. 10634. DOI: 10.1016/j.jcsr.2020.106346
ing of residual stresses in combination with electronic speckle 25. Hagara M., Trebun F., Pastor M., et al. Analysis of the as-
interferometry / XII All-Russian Congress on fundamental pects of residual stresses quantification performed by 3D DIC
problems of theoretical and applied mechanics in 4 volumes: combined with standardized hole-drilling method / Measure-
Ufa, 2019. P. 731 — 733 [in Russian]. ment. 2019. N 137. P 238 — 256.
DOI: 10.22226/2410-3535-2019-congress-v3 DOI: 10.1016/j.measurement.2019.01.028
8. Schajer G. S. Universal Calibration Constants for Strain 26. Olson M. D., DeWald A. T., Hill M. R. Precision of

Gauge Hole Drilling Residual Stress Measurements / Experi-
mental Mechanics. 2022. N 62. P. 351 - 358.
DOI: 10.1007/s11340-021-00771-0

Hole-Drilling Residual Stress Depth Profile Measurements and
an Updated Uncertainty Estimator / Exper. Mech. 2021. N 61.
P 549 - 564. DOI: 10.1007/s11340-020-00679-1



«3aBoackada maboparopusa. [[marsocruka marepuaiaon». 2023. Tom 89. Ne 12 73

27.

28.

29.

30.

Pineda O. J. O. Investigation of the measurement of through-
thickness residual stress by combining digital speckle pattern
interferometry and the slitting method. — Florianépolis,
2020. — 89 p.

Pastor M., Hagara M., Virgala I., et al. Design of a Unique
Device for Residual Stresses Quantification by the Drilling
Method Combining the PhotoStress and Digital Image Correla-
tion / Materials. 2021. Vol. 14. N 314.

DOI: 10.3390/ma14020314

Rahimi S., Violatos I. Comparison Between Surface and
Near-Surface Residual Stress Measurement Techniques Using
a Standard Four-Point-Bend Specimen / Exp. Mech. 2022. N 62.
P 223 - 236. DOI: 10.1007/s11340-021-00779-6

Razumovskii I. A., Usov S. M. Development of the Hole-
Drilling Method as Applied to the Study of Inhomogeneous Re-
sidual Stress Fields / Journal of Machinery Manufacture and
Reliability. 2021. Vol. 50. N 8. P. 727 — 734.

DOI: 10.3103/S1052618821080100

31

32.

33.
34.

35.

Kohri A., Mikami T., Suzuki Y. Residual Stress Measure-
ment of the Engineering Plastics by the Hole-Drilling Strain-
Gage Method / ECRS-10 Materials Research Forum LLC Mate-
rials Research Proceedings. 2018. N 6. P. 101 - 106.

DOI: 10.21741/9781945291890-17

Wern H. Finite-element solutions for mechanical drilling
methods: A new integral formalism / Journal of Computational
and Applied Mathematics. 1995. N 63. P. 365 — 372.

Release 2021R1 Documentation for ANSYS, ANSYS Inc..

Razumovskii I. A., Chernyatin A. S. Determination of
workload and defectiveness of structural elements based on
minimization of displacements between experimental and cal-
culated data / Industr. Lab. Mater. Diagn. 2012. Vol. 78. N 1.
P 71 - 78 [in Russian].

Schajer G. S. Advances in Hole-Drilling Residual Stress Mea-
surement / Experimental Mechanics. 2010. Vol. 50. P. 159 — 168.
DOI: 10.1007/s11340-009-9228-7



74 «3aBojackada Jaboparopusda. [[maraoctura marepuanaos». 2023. Tom 89. Ne 12

DOTI: https://doi.org/10.26896/1028-6861-2023-89-12-74-80

OIIPEAEJIEHUE CABUI'OBBIX XAPARTEPUCTHUR
IIOJIMMEPHbBIX KOMIIOSUITMOHHBIX MATEPUAJIOB
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Crnoucrtbie nmonmumepHble Kommosunronabie MaTepuanbl (IIKM) Ha ocHOBe yriepogHOro BOJIOK-
Ha ¥ SIIOKCHIHOTO CBA3YIOIIET0 IITMPOKO IIPUMEHSIOT B KOHCTPYKITUH TACCAKUPCKUX CAMOJIETOB,
W3 TTKM BbBIOIHAIOT KaK cIaboHATPY:KeHHbIE, TAK ¥ OCHOBHBIE CHJIOBBIE DJIEMEHTHI IIaHepa
caMoEéToB. B Ipou3BOACTBE YPOBEHD MEXAHUIECKUX XAPAKTEPUCTHK I BCEX CHIOBBIX 3JIEMEH-
ToB u3 [IKM nomkeH ObITH HOATBEP/KIEH SKCIIEPHUMEHTAIBHBIMYU JAHHBIMUA — HCIIBITAHUSIMEI
o6pasroB-ceugereneit. OnHa U3 BAKHEUIINX XAPAKTEPUCTUK CIIOMCTOTO KOMIIO3UITHOHHOTO Ma-
Tepuasa — CIOCOOHOCTb BOCIIPHHUMATD CIBUTOBbIE HATPY3KU B IJIOCKOCTHU ITAKETOB CJIOEB (JI1a-
MuHATOB). J[J1 onpesiesteHusa XapaKTePUCTUK CIBUTA UCIIOIb3YIOT CTAHAAPTHBIE METO/bI UCIIbI-
raanii — 1o ASTM D5379 u ASTM D7078. OTu MeTo/bI ITO3BOJISIOT YCTAHOBUTE CBOMCTBA IIPH
CI[BUTE KOMITO3MIIMOHHBIX MATEPUATIOB HA OCHOBE IOJUMEPHON MAaTPHUIIbI, YCUIEHHON BBICOKO-
MOJIy/IbHBIM BOJIOKHOM. B 11e/15% BhIOOpA OIITUMAIBHOTO I BHIXOAHOTO KOHTPOJISA U3EINT Me-
TOJA WCITBITAHUN IIPOBENEHbI CPABHUTEIbHbBIE UCIBITAHUS 110 000MM craHmapraM. [IpuBenens
MIPENMYIIECTBA U HEJIOCTATKH PACCMATPUBAEMBIX METO0B. J[J1f HCIIbITaHMIt OBLIH U3TOTOBIEHBI
00pasIIbl M3 CTEHKU U 30HBI IIPUITYCKA JIOHIKEPOHA, HA KOTOPBIX OIIPEIeIIsIA 3HAYEHI PaspyIia-
FOLIUX HANPSKEHUA ¥ MOJYJIs CIBHUTA 110 KAXKIOMY METOLy. PesyIbTaThl HCIIBITAHUN ITOKA3aJIH,
YTO paspyIIamolre CABUTOBbIe HAMPSKEHUS B MaTepuaie, noiaydenusie mo ASTM D7078, sua-
yurenbHo (B 1,8 pasa) mpesocxomar ompezenerabie mo ASTM D5379. Ilpu sTom Momyib ypyro-
CTH OTJINYAeTCsI He3HAYUTeNbHO — B 1,1 pasa. dT0 00bICHAETCS 1yBCTBUTEIBHOCTHIO PE3yJIbTa-
TOB HCIBITAHUY K METOJy HATPY:KeHHS ¥ KadecTBY M3TOTOBIEHHUs 00pasioB. IIpu pacrsxeHun
mo ASTM D7078 marpyska nepemaercs yepes JUIeBbIe IOBEPXHOCTH 00pasIoB, UMEIOIIHE BbI-
COKOe KauecTBO 3a CUeT OCHACTKM WIH BaKyyMHoro Memika. IIpu cxaruu no ASTM D5379 kpu-
TUYHBIM CTAHOBUTCSA MMAPAJLIENIBHOCTh TPAHEH, Yepe3 KOTOphIe pacipeesiserca Harpyska. Kpo-
Me Toro, Ha peayabrars! ucnbiTanuii 1o ASTM D5379 okaspiBaeT BIHUAHNE TOMIIUHA 06pasa —
yeM OHa 00JIblile, TEM BBIIIEe MOAYJb caBura. Ha ocHOBaHUY MOIyJeHHBIX Pe3yIbTaToB chopMy-
JIAPOBAHBI PEKOMEH/IAINH 110 IIPUMEHEHHI0 METO/IOB OIIPEETIEHU CABUTOBBIX XapaKTEPHUCTHK
cimoucrbix ITKM.

KiroueBnie CJIOBa: CIOHCTHIE IIOJIMMEpPHBbIC KOMIIOSUITMOHHBIE MaTepuasibl; MEXaHU4YEeCKHe
XapaKTepUuCTUKU HKM, HUCIIbITAaHWE HA CIABUI; METO/bI HCHI:ITaHHfI; COITPOBOKAEHHNE IIPOU3-
BOJICTBA.

DETERMINATION OF THE SHEAR CHARACTERISTICS
OF POLYMER COMPOSITE MATERIALS
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Layered polymer composite materials (LPCM) based on carbon fiber and epoxy are widely used in the con-
struction of commercial aircraft both in manufacturing lightly loaded and main power elements of aircraft
airframes. The level of mechanical characteristics for all the composite constructions must be confirmed
by experimental data of coupon testing. One of the most important characteristics of a layered composite
material is the ability to perceive shear loads. Standard test methods ASTM D5379 and ASTM D7078 are
used to determine the shear characteristics. These test methods enable determination of the shear proper-
ties of composite materials based on a polymer matrix reinforced with a high-modulus fiber. Comparative
tests were carried out according to both methods. The samples were made from the wall and the
tehnological zones of the spar to determine the values of destructive stresses and shear modulus. The re-
sults showed that the shear stresses in the material obtained by ASTMD7078 significantly (1.8 times) ex-



«3aBoackada maboparopusa. [[marsocruka marepuaiaon». 2023. Tom 89. Ne 12 75

ceed those determined by ASTM D5379. At the same time, the modulus of elasticity differs slightly (by 1.1
times). This is due to the sensitivity of the test results to the method of loading and the quality of the spec-
imens. When stretched according to ASTMD7078, the load is transmitted through the front surfaces of
the coupons, which are obtained with sufficiently high quality from the tooling or vacuum bag. When com-
pressed by ASTM D5379, the parallelism of the faces through which the load is distributed becomes criti-
cal. Moreover, the thickness of the sample also affected the test results obtained according to ASTM
D5379, the greater the thickness, the greater the shear modulus. Proceeding from the results obtained,
the recommendations on the choice of the method to be used for determining the shear characteristics of

LPCM are formulated.

Keywords: composite materials; mechanical characteristics; shear testing; test methods; production

support.

Beenenue

Ilocnensue mecATHieTHs B CHIIOBBIX KOHCTPYK-
[UAX MACCAKUPCKUX CAMOJIETOB Bce 0oibliiee IIPH-
MeHeHHe HaxOAAT KOMIIO3UIIMOHHbIE MaTepHabl Ha
OCHOBE YTJIEPOJHOTO BOJOKHA W MOJTHMEPHOTO CBi-
3yIOIIEro. JTO He TONBKO BJIEMEHThI MeXaHU3aI[uu
(pynn, 3aKpBITKYM, HHTEPIIENITOPHI X BO3AYIIHBIE
TOpMO3a), HO U IIOJKpeIlJIeHHbIe CTPHHTepaMu IIaHe-
au  (Pro3essiKa, IIMMAHTOYTHI, HJIEMEHTHI KeccoHa
kpbLIa [1, 2].

[Tupoxoe mprMeHeHME TTOIYYUIN ABTOKIABHbBIE
¥ UH(QY3HOHHBIE MeTOAbI (hOpMOBaHUA Aeraneil. B
3aBUCHMOCTH OT KOHCTPYKTHUBHBIX 0COOEHHOCTEH HC-
IIOJIB3YIOT KaK aBTOMATHYECKYIO, TAK U PYYHYIO BBI-
KJIa/IKy HATIOJHUTEIIS WU Iperpera.

ITpu mpoussoscrse peraneit us IIKM Beraer Bo-
IPOC O COOTBETCTBHU MaTEPHANA JETAJEH IPOEKT-
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HomuransHele pasmepst 06pasya:

W—19 mm L- 76 Mm
d2—3,8mm r-1,3 mm
d1- 11,4 mm

ApanTep ucnbITaTeNbHOM
MaLIWHBI

HuHKiA 3axBar

[epxarens
HUXKHEro
3axsarta

BcTaBku

/

OnopHaa nauTa

OnopHasa cToiKa

BepxHuii 3axBaT C
NWHEHHOW onopo#
Ka4yeHUA

HBIM MexauHudeckuM cBoiictBaMm [3]. IlockonbKy yK-
JIaKa JeTaji OIIpefesdeTcsl TUIIOM JeHCTBYIOIIel
Harpy3Ku (HAIpUMep, PacTaKeHue/CiKaTHe, Kpyde-
HUe WX UX KOMOWHAINA), & TAKKE ee YPOBHEM, TO
HE00XOUMO OIPEIEeNUTh KOMILIEKC IPHUEMOYHBIX
XapPaKTEePUCTUK W WX 3HAYEHUH B COOTBETCTBHHU C
XapakTepoM paboThI JeTaTH B KOHCTPYKITUH.

Kax npaBumo, aisa onpeneneHus MeXaHUIECKUX
u ¢usmuecknx cpoiicts I[ITKM wucnoassyor cran-
IapTHbIe MeTo bl ucbiTanuii coriaacao ASTM, EN,
I'OCT [4 - 10]. ITockonbKy COBpeMeHHBIE CTaHIAP-
te1 (mampumep, ['OCT P 56785-2015, T'OCT P
56812-2015, 'OCT P 57207-2016 u T.1.) paspabo-
TaHbl Ha OcHOBe cooTBeTcTByomux ASTM myTem
BHECEHUS HEKOTOPBIX YTOYHEHWH (KOPPEKTUPOBKU
CTPYKTYPHI, JOTIOJTHEHU U UCKIIOUESHHUSI OTIEIbHBIX
MyHKTOB, & TaKKe PEeJaKTOPCKUX IPABOK B IIEJIAX

HomuHaneHeie pasmepst obpasya:

d1-31mm 1- 76 mMm

d2-12,7 mm r-1,3mm
W- 56 mm

MepexoaHUK
WCNbITATR/IBHOW
MaLKrHbI

MonoBUHKK

npucnocobnenms D6pasely

3akumHble GonTbl
MepexogHUK

MCNbITaTeNbHOM
MaLWWHbI

Puc. 1. O6pasipl (@) u cxembl HArpy:KeHus (6)

Fig. 1. Specimens (a) and loading scheme (b)
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COOJIIOIEHUST HOPM PYCCKOTO S3bIKA, NU3MEHEHUA TeX-
HUYECKOTO CTHUJIA H3JI0KEHUA HUCXOIA U3 0COOEHHO-
cTell CTaHJApTH3alNM, XapakTepHbIX ama Poccwmii-
ckoit Peneparum), To Hamee GyneM paccMaTpPUBATDH

OOHOHAIIPaBJIE€HHBIX JIaMHUHATOB C BOJIOKHAaMH,
IIapajieJIbHbIMU WX IIEPIEHIUKYJIAPHBIMKI OCH HaA-
TpyxreHud HCHBITATEIbHOU MaIlInHBbI,

JIJaMHUHATOB Ha OCHOBE TKaHEH C HallpaBJIeHHUEM

meronsl ASTM.
OnHON U3 BAKHEHUIINX XAPAKTEPUCTUE

TOTO KOMIIOSHITMOHHOIO MaTepuasia ABJIAEeTCA €ero
CII0COOHOCTH BOCIIPUHUMATH CIBUTOBbIE HATPY3KH.
CymiecrByer psg MeromoB [6, 11], mosBoisio-

IIUX OIIPEeNEeIATh:
CIBUTOBBIE HATPY3KH;
MOAYJIb CABHUTIA,
MaKCHMaJIbHbIE€ CABUTOBBIC HAIIPAKECHHU,
quarpaMMmy HampsreHue — reopMarius.
JlaHHbIE METO/bI IPUMEHAIOTCS JIJIA:

OCHOBBI, TTAPAJUIENBHLIM WK TEePIeHIUKYIAPHBIM
OCH HATPYKEHUS UCIIBITATEIbHON MAIITUHBL;
KOMIIO3UTOB, ApPMHUPOBAHHBIX PYOJIEHHBIM BO-
JIOKHOM, PacIpefe/eHHbIM CIIydaiHbIM 00pasoM.
B Ta6x.1 npuBemeHbI MeTOAbI HCIIBITAHUH
ASTM, momyuuBiine HaAuOGOJBIEE PACIPOCTPAHE-
HHUe B COBPEMEHHOU ITpaKTUKe.

CJIoucC-

Marepuajasl 1 METOAbI MCCJIETOBAHUA

Meronsr ncuoprrannin D5379 [12] u D7078 [13]
OIIPEJEeIAI0T CBOMCTBA IIPH CABUIe KOMIIO3HUIIMOH-
HBIX MATEPUAJIOB HA OCHOBE IIOJUMEPHON MAaTPHIIHI,

Ta6auma 1. Meroxb! onpeiesieHns CIBUTOBBIX HATPY30K

Table 1. Comparison of the methods for determining shear loads

Ornucanne u XapakTEPUCTUKY METO[0B

Henocrarku meTonos

Hcnsrranue obpasna ¢ yrkmamkoi [+45°/-45°], Ha
pactsixenue. IIpemmyiniectBa MeToma — HHU3KAA
CTOMMOCTD ¥ TIPOCTOTA peaiusanuu. B obpasie He
BO3HHKAET YHCTOTO HANPAKEHHUA CABUTA, 4 II0 CBO-
GOHBIM KpaAM IOABIAITCI CAOKHBIE TIOJISA HATIPS-
JKEeHUH.

ASTM D3518

O6paserr He TOIXOIUT JJIsI ONIPEIeTIEHNUS PAsPyIAOIINX HAIPSIKEHUH (f1e-
dopmaruii) Ha COABUT W3-3a 3HAYUTENHHOTO U3MEHEHUs YIVIOB apMHpPOBa-
HUA B X01e Harpyxenus. [[uarpaMmva Harpyska — gedopManuu uMeeT He-
nuHenHbIH xapakrep. O61acTh IPUMEHEHNs OTPAHUYNBAETCSA TOIBKO ILIO-
CKUMU 00pasnamu ¢ yrrnanko [+45°/-45°],. s nomydeHus JaHHBIX O MO-
IyJie U paspyliamiei qedpopManuy Heo6X0IuMbl B3aUMOTIEPIICHANKYIIIP-
HbIE TEH30aTYNKH.

ASTM D4255/D4255M

MeTO,Z[ UCIBITAHUA «IIepeKallliBaHueM» B CHCTeMe
HarpaB/ISIONINUX. «PenbcoBbIii» MeTon HUCIIBITAHUH
Ha CABUT B IINIOCKOCTH.

Bricokas TPyI0€MKOCTh MCIBITAHUN U CI0KHOE M3TOTOBJIEHHE 00pa3IloB.
IInoxaa moOBTOPAEMOCTb Pe3yIbTATOB U3-32 BHICOKOH UyBCTBUTEILHOCTH K
Ka4yecTBY BBITIOJIHEHHUS OTBEPCTHH B 00pasiie/OCHACTKE ¥ JOIyCKaM HCIIO-
ab3yeMoro Kpemneska. Hamudme KOHIIEHTpAIMu HANPSKEHWH B o0pasie B
30Hax Kpemneska. HeoOxommma ycTaHOBKA TEH30[JATYUKOB VIS TIOJLYUEHUS
MAHHBIX 0 MOAYJIE U JeopMaIiiy 10 Pa3pyIIeHH.

Hcnbrranue KpyuenneM o06pasiia IUIHHIPHIECKON
opMBI co crosaMu, HAMOTaHHBIME 07 yriioMm 90° K
OCH IIMJIMHAPA.

ASTM D5448

OcnoBHas obnactb npumenenus — [IKM, momyyaeMbiii TEXHOIOTHEH Ha-
moTkn. OnpenensoTes TOAbKO XapAKTEPUCTUKU CABUTA B IIOCKOCTH CJIO-
eB. Cl10:KHOCTh KpeIuieHus 06pasia K OCHACTEE.

Hcnbrranue usrubom obpasia ¢ V-06pasHbIM BbIpe-
30M, YCTAHOBJIEHHOTO B CIIEIIMAIBHOM IIPHUCIIOCO0-
nenuun. Hapsany ¢ merogom D7078/D7078M memoH-
CTpUPYeT XOPOoIlIne Pe3ysbTaThl IIPU BCeX HaIlpaB-
JIGHUSIX BbIpe3Ku 00pasioB. B obpasie cosmaercs
OTHOCHUTEIbHO PABHOMEPHOE COCTOSHHE HAIPSIKE-
HUSI CABUTA.

ASTM D5379

MoskeT moTpeboBaThCA yCTAHOBKA CIIEIIUATBHBIX HAKIAHA0K IO OCHACTKY.
Bricokas Tpymo0eMKOCTh U CI0MKHOCTb H3rOTOBIeHHs obpasma. s momyye-
HUS IaHHBIX 0 MOJyJIe U paspyuiamiiei qredopmanun Heo6X0 UMbl TEH30-
JATYHUKH, yCTaHOBJIeHHI)Ie jule) ABYM OpTOI‘OHa.JII)HI)IM HaHpaBJIeHI/IHM. BOB-
MOJKHO He3a4eTHOe paspyllueHue o0pasia B 30HAX HATrpy:KeHus (0mop) s
Beicoronpounbix [TKM. Tpebyercs BhICOKas KBaTM(PUKALWS CIIEIIHATH-
CTOB-HCHBITATEICH.

O6pasers ¢ V-06pasHbIM BBIPE30M YCTAaHABIUBAIOT B
TIPUCIIOCOOIEHHE /IS UCIIBITAHUS «IIepeKalluBaHu-
em». Hapsany ¢ D5379/D5379M meron obecrednBa-
eT HauJIy4dline pesyJabTaThbl U3 CTaHAAPTU3UPOBAH-
HBIX MeTO/0B. B o0pasiie cosmaercs OTHOCUTEIbHO
PABHOMEPHOE COCTOSTHWE HAMPSIKEHWs CIOBUTA.
Hawubomnee TouHble M3MepEHU MOALYJIA YIPYTOCTH
TOJy4eHbl W3 WUCILITAHUHN JIAMUHATOB C YKIATKOM
[0/90],,. Kax npaBuno, o6pasern He TpebyeT HOMOJI-
HUTEJIbHbIX HAKJIAAOK II0X OCHACTRY.

ASTM D7078

Cnoxuas dopma obpasna. [y onpeeneHus MOLYJIs caBura u aedopma-
Wi paspyIieHns HeobXoauMa yCTaHOBKA TEH30aTYUKOB TI0 JBYM OPTOTO-
HaJIbHBIM ocaM. Tpedyercs: BHICOKAs KBATU(PUKAINAA CIICI[UATUCTOB-UCIIBI-
Tareneu.
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Punc. 2. Cxema ycranoBku obpasia B ocuactke mo ASTM
D7078 u ocuacrka ormensuo [14]

Fig. 2. Assembly of Testing Fixture and Coupon ASTM
D7078 [14]

YCHUJIEHHOH BBHICOKOMOIYJIBHBIM BOJIOKHOM. JTO HAH-
0ojlee pacIpoCTpaHEHHbIE METOAbl WCIILITAHUH
croucteix IIKM B Hacrosmee Bpema. Oraugaiorcs
oHU (popMOIl 00pPa3IOB M CXEMOU HArPYKEHHI
(puc. 1).

B coorBercrsuu ¢ meromom D7078 [13] obpaserr
¢ V-00pasHbIM BBIPE30M 3aKMMAIOT I1eCTHI0 BUHTA-
MU B Harpy:karoinem mpucrnocobnennu (puc. 2). [lpu
PACTSIKEHHH [OBYX II0JIOBUHOK ITPHUCIIOCOOJEHUA B
IEHTPaIbHOM YacTh obpasia Co3maercs Harmps-
JKEHHO-e(DOPMUPOBAHHOE COCTOSHUE, COOTBETCTRY-
0Il[ee YHCTOMY CABUTY B IUIOCKOCTH YKJIAIKH.
Cormracao D5379 [12] oOpaserr HArpy:KarT C:KaTHEM
yepes TOpIEBbIe MOBEPXHOCTH (pHC. 3), YTO TaKKe
IIPUBOJUT K YHUCTOMY CABUTY B IleHTpe obpasra. Ile-
penada pacCTATUBAIOIUAX HATPY30K IIOCPEICTBOM
CUJIbI TPEHUA MEKAY DJIeMEHTAMH OCHACTKH U 00-
pasiom mo D7078 mosBossieT co3mars 6osiee 3HAYH-
TeJIbHbIe CABUTOBBIE YCHJ/IHNA, YeM HEIIOCPeaCTBEH-
HOe JIaBJieHue Ha TopIiibl oOpasma mo D5379.

Ta6auna 2. XapakTepuCcTAKN MOHOCION
Table 2. Lamina properties

Puc. 3. O6paser B ocaactke ASTM D5379 [15]

Fig. 3. Coupon in assembly of testing fixture ASTM D5379
[15]

V-o06pasubIii BeIpe3 B o6pasie (o o60uM MeTo-
,ZIaM) B I.IeHTpaJIBHOfI YaCTHu IIO3BOJIAET YBEJIUYUTDH
CABUI'OBbIEC HAIIPAKEHUSI B STOH 30HE IO OTHOIIIe-
HHUIO K OCTAJIbHBIM yd4acTkam oOpasma. Ormerum,
gro mupuHa obpasna mo ASTM D5379 wmensbire,
gyem o ASTM D7078, uro mo3Bosissier MUHUMH3UPO-
BaTh ILIONIAb 30HbI BBIPE3KH 00Pa3II0B.

B pamrax paboT 1O OIpeeeHuI0 MeXaHude-
CKMX CBOMCTB IIEPCIIEKTUBHBLIX KOMIIO3UI[MOHHBIX
MAaTEPHUAIOB OTEYECTBEHHOIO IIPOM3BOACTBA OBLIN
MPOBEeHbl CPABHUTEILHBIE HCIIBITAHHUS IO METO-
mam ASTM D7078 m D5379. Jlna wmcenenoBaHus
ObLIa BHIOpAHA TUIIOBAS AETallb KECCOHA KPhLa Iac-
CA}KUPCKOr0 CaMOJIETAa — JIOH;KEPOH, BbIIIOJHEHHbBIH
M3 YIIeILIaCTUKA Ha OCHOBE YIJIEPOMHOM JIEHTHI U
SIIOKCHUIHOIO CBSA3YIOIIET0 II0 TEXHOJOTHH BakKy-
YMHOU MH(DY3uH. XapaKTePUCTUKHA MOHOCIOS yTJiIe-
ILUIACTHKA, IPUHUMAEMbIE B pacyere, MpeicTaBIeHbl
B Tabm. 2. B joH:KepoHe HCIIOIb30BAHA ITAKETHAS

Yupyrue cBOHCTBa

E,,;, TTla E 5, I'Tla E_;;, TTla E_g,, T'Tla Gy, I'lla u
159 9 144 9 4 0,3
IIpounocTHbIe cBOMCTBA
0,11, MIla 0,99, MIIa 0_11, MIla 0_g9, MIla Tq9, MIla —
3200 80 1300 230 100 —

Ta6aua 3. Pesynbrars! ucnbITanuii 06pasoB U3 CTEHKHU JOHKepoHa (Koadduiuent sapuanuu, %)

Table 3. Test results (mean values, spar web)

ASTM D5379 ASTM D7078
Bri6opxka (Tommuaa, Mm)
t, MIIa E, T'Tla t, MIIa E, T'Tla
Ne 1 (3,85) 206 (1,24) 23,5 (9,80) 440 (8,34) 26,6 (3,57)
Ne 2 (3,85) 206 (3,48) 23,9 (8,77) 381 (5,64) 26,1 (4,12)
Ne 3 (7,70) 243 (3,50) 25,7 (9,71) 347 (8,02) 26,4 (0,55)
Cymmapnas Boroopka Ne 1 — 3 218 (8,72) 24,4 (9,78) 390 (12,9) 26,4 (2,98)
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Puc. 4. Tunosas puarpamMma Hamps:KeHHe — qedopMarius
(sxciepumenTanpHbie fanHbe 1o ASTM D7078)

Fig. 4. Typical stress —strain diagram (experiment for
ASTM D7078)

YRJIamKa C OOJIBIIIAM COMEP/KaHUEeM CIOeB C YKJIa[-
Ko *=45° (COOTHOIIIEHHE CJI0EB C YKIAAKOW B Ha-
mpasinenuax 0°, *45° u 90° — mpumepno 10, 70 u
20 % coorBercTBenHO). VI3 cTeHKU OBLIN BhIPE3aHbI
o6pastsr mo ASTM D5379 u D7078 B 30HAxX TOIIH-
Hoti 3,9 Mmm (12 06pasioB Ha KaMIbIH METOHm) U
7,7 MM (1mects 00pasioB Ha Kammbld meron). M3
MIPUILYCKOBOM 30HBI HA II0SCE JTOHKEPOHA BhIpe3aHbl
0 IecTh 00pAasIoB IS Kamaoro meroxa. Hesos-
MOKHOCTH BbIpe3ku o0pasuoB mo ASTM D7078 wus
MPUIIYCKA 00BACHAETCI OTHOCUTENHHO HEOOIBIITUMU
rabapuramMu 9TOH 30HBI JeTanu. B Mecrax BbIpe3Ku
00pas1ioB AeTah II0CKas.

YcnoBus ucnbITaHWE Bcex 00pasIoB: TeMmIepa-
Typa +23 °C, KOHIUIIMOHUPOBAHNE B YCIOBUAX Ja-
6oparopuu He MeHee 24 4.

Pesynbrarel ucobiTanmii 06pasiioB, BbIpe3aH-
HBIX U3 CTEHKH JIOH)KEPOHA, IIPEICTaBIeHbl B
ta6n. 3. B Tabn. 4 nmpuBeneHb! JaHHBIE UCIBITAHUE
00pasiioB, BHIPE3aHHBIX W3 30H MPUILYCKA IeTaeH

Tab6auna 4. PesynbpraTs ncnbiranuii 06pasnos 13 30H IpU-
mycka (koadunment sapuanuu, %)

Table 4. Test results (mean values, technological zone)

ASTM D5379
Bei6opxa (Tommuaa 7,70 mm)
T, MIla E, T'Tla

Ne 4 184 (6,02) 22,8 (10,9)
Ne 5 188 (2,54) 28,2 (18,2)
Ne 6 195 (2,50) 32,6 (15,6)
Ne 7 211 (3,01) 25,0 (3,78)
Cymmapnuas Beroopka Ne 4 —7 195 (6,59) 27,3 (19,2)

(B TOM umcCIle APYTHX JOHKEpOHOB). Bce 3HaueHuUA
HOPMAaJIM30BAHbBI 10 HOMUHAILHOM ToMmuHe [3]:

CPT,,
HOPM. 3HQUEHUEe = JKCN. SHAYEHUe , (D
CPT,
Tie HopM. 3HQYeHUe — HOPMAIN30BAHHOE 3HAUe-

HUe XapaKTEePUCTUKU; IKCN. 3HAUEeHUe — 3HaUYeHue
XapaKTePUCTUKH, IIOJYYEHHOEe TIIPH UCILITAHUH;
CPT,, — wusmepennas toimuaa obpasma [IKM;
CPT, — HoMuUHAILHOE 3HAYEHHE TOJIIUHBI 00pas-
ma ITKM.

TumosBast muarpaMMa 3KCIIEPHUMEHTAIbHBIX pPe-
3yJILTATOB HAIPSIKeHne — aedopMaIus IJIs UCIIbI-
rauuii mo ASTM D7078 mpencrasnena Ha puc. 4.
Jl1s HarasgHOCTH HAYAIbHbBIE TOUYKH Jed)OpMHpPOBa-
HHsST 00pasIOB CMeIeHbI 1Mo ocu abcrucc. Popmbl
paspyllieHuii 06pasIoB II0KAa3aHbl HA PUC. 5 U 6.

O6cy:xaenue pe3yabTaTOB

Pesynprarsl ucnbiTanuil MOKa3bIBAKOT, YTO Pas-
pyliamlne CIBUTOBbIe HAMPS/KEHWSI B MaTepHale,
noixygernsie 1o ASTM D7078, smauurenbHO mpe-
BocxoxaT onpenenenasie mo ASTM D5379 — 390 u
218 MIIa coorBercTBenHo. IIpu aTOM MOAyH yIpy-
roctd omiamyaerca HesHauntenapbHo — 24,4 T1Tla
(ASTM D5379) u 26,4 I'lla (ASTM D7078). 9o
MOKHO OOBSCHHUTH YYBCTBHTEJIBHOCTHIO PE3yJbTa-

Puc. 5. opwmer paspymenus 06pasios npu ucnsiranusax o ASTM D5379 (a) u ASTM D7078 (6)
Fig. 5. Typical failure patterns for ASTM D5379 (a) and ASTM D7078 (b)
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Puc. 6. Hesauerubie dhopmbl paspyiienus: ¢ — srcuepument; 6 — meronq ASTM D5379

Fig. 6. Unacceptable failure modes (a) experiment, (b) ASTM D5379

TOB HUCIBITAHUN K METOJy HATPY/KEHHSI M KadeCTBY
u3roroBieHus obpasmnosB. I[lpu pacrs:xenunm 10
D7078 marpyska mepemaercs uepes JIHIEBBIE IIO-
BEPXHOCTH 00PAas3IOB, MMEIOIIre BBICOKOE KAYECTBO
3a CYeT OCHACTKH WM BaKyyMHOro Mernka. Ilpwm
cxkatun Mo D5379 KpUTHUYHBIM CTAHOBUTCA IIapai-
JIEJIHOCTh TPaHel, yepe3 KOTOpbhIe PaCIpeneraercs
Harpyska. He6onbiire OTKIOHEHHS MOTYT IPUBECTH
K MECTHOMY TIOAMSATHIO TOPIIOB U IIPEKIeBPEMEHHO-
My paspylieHHo 10 He3a4eTHOH MoJie, 4To ObLIO 3a-
(uKCcHpPOBaHO B HCHBITAHUAX (CM. pHC. 6).

Ha paspymasomue HaOpsSKeHHS OKa3bIBaeT
BJIMSHUE TAKMKe TOJIuHA o0pasiia. Beroopru Ne 1 u
Ne 2 uMenu HOMUHATBHYIO TOAUHY 3,85 MM, a BBI-
6opra Ne 3 — 7,7 mm. O6pasier mo D5379 ¢ 6oib-
1Ie mIoIAaabi0 KOHTAKTA C OCHACTKOM nMenu 0ojiee
BhICOKHe Hanpskenusa (243 Mlla), uem u3 BHIOOPOK
Ne 1 u Ne 2 (206 MIIa). Tonmuna obpasia mo D5379
OKa3ajia BIUSHUE U HA SKCIIEPUMEHTAILHO OIpee-
JIGHHBIA MOJyJdb CIBHUTa, KOTOPBIA COCTABUII
25,7 I'lla gns Tonerwix obpasios u 23,7 I'lla — mis
TOHKWX.

Ucnwiranus obpasios mo ASTM D7078 moxa-
3BIBAIOT HEOOJbIIHe Pasbpochl ¢ K03 UIIHEHTOM
Bapuanuu He 6oiee 5 % [uasa Momynsa caBura (CM.

tabia. 3). Haa ASTM D5379 pasbpoc suadeHuii sxe-
crroctu cocrasisger 10 u 19 % (a1 pasaudHBIX BBI-
O0pPOK). OTO MOMKHO OOBSICHHUTH BIWIHHUEM B30HBI
MPUIOKEHUS HATPY3KU HA 06JIACTh YCTAHOBKHU TEH-
30IATIHKOB.

3axJaroueHue

IIpoBeneno sKcriepuMeHTAIbHOE CPABHEHUE Me-
TOJ0B HCIIBITAHWN HA CABUT B ILUIOCKOCTH YKJIAIKH
cormacio ASTM D7078 u ASTM D5379. Meton,
MpeyCMaTPHUBAOIINN HATPYKEeHHEe 06pasiia CxKaTH-
€M uepes TOpIieBble ITOBEPXHOCTH, ITOKA3hIBAET 3HA-
YeHUs HAIPSIIKEHUI U MOLYJISA CABUTA HUKE, YeM Me-
TOJ HATPY:KEeHHA pacTa:KeHHeM U Iiepenadyeil Ha-
IPY3KH CIBHUIOM Yepes JIUIEBbIe IOBEPXHOCTH.

s ompeneneHus COBHUTOBBIX XapaKTEPUCTHK
crnoucteix [IKM mpu xBamuduranmu MaTepruaios u
IIPOBEIEHUN BBLIXOIHOTO KOHTPOJA PEKOMEHIYeTCs
ucroiasszoBate Meron ASTM D7078 (I'OCT P
57207-2016).
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IKCIIEPUMEHTAJIBHOE OIIPEJAEJIEHUE BA3SKOCTH
MEKCJIOMHOI'O PASPYIHIEHUSA KOMIIOSUTHOI'O MATEPHUAJIA
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ITpu perennu 3a1a4u MOIEIMPOBAHMUS PACIIPOCTPAHEHUS MEFKCIOEBBIX 1e(DEKTOB B MHOTOCIIOM-
HBIX KOMIIO3UTHBIX MATepHaiaX HeoOXOIAUMO 3HATh XapAKTEPUCTUKNA PACCMATPHUBAEMOTO MaTe-
puasa, CBI3aHHBIE C TpoleccaMu paspyinenus. 1lenb manHON pab0oThl — ONpeeseHne Me:K-
CJI0EBOM BI3KOCTHU PaspylleHus B Ciydae HopManbHoro orpeiBa — Gy, IIpencrasiens: pesysb-
TaThI WCIBITAHUHN TI0 ONPEEeICHNUI0 BA3KOCTH Pa3pyIleHHs B YCIOBUAX HOPMAILHOTO OTPHIBA.
Ha ocHoBaHMM TONMyYeHHBIX TAHHBIX ITPOBEIEHO KOHEYHO-IEMEHTHOE MOAETUPOBAHUE UCIIBI-
tauui. [Iporece pacciioeHus MOIETUPOBANIN € TIOMOIIBIO TIOXO0/I0B, HAauboJiee pacIpoCTpaHeH-
HBIX B paMKax merona koHedHbIX amementoB: VCCT (virtual crack closure technique) u CZM
(cohesive zone model). B manubix mogxonax BA3KOCTb PaspyIleHns UCIOIb3yeTCs KAK OCHOBHOM
mapaMeTp BOSHMKHOBEHWS PACCIOeHUsA. [IpoBeieHo cpaBHEHWE TOIyYeHHbBIX JAHHBIX C SKCITEe-
pumenToM. JIJIs TOATBEP:KIEHN KOPPEKTHOCTH SKCIIEPUMEHTAIBHBIX JTAHHBIX BI3KOCTH pPas-
pymenusa (7, IPOBENEHO MOAEIMPOBAHKE IIPOLlecca MCIBITAHMM Ha cikaThe o0pasiia THIA II0-
soca ¢ 1edpeKTOM B BHJIe CKBO3HOTO Hempokes. JlanHas sagaya BKIOYaeT B ce0s HeTUHEeHHBIA
CTATHUYECKHUI PACYET C YIETOM IIOTEPH YCTOMIMBOCTH ¥ TIOCIEAYIOIIETO 3aKPUTHIECKOTO MTOBee-
HUA W, KaK CJeJCTBUE, PACIIPOCTPAHEHUS 30HBI PACCIOEHHs. Pe3ynbTaTsl, MOydeHHbIe C TI0-
MOIIIBI0 KOHEYHO-3IEMEHTHOTO MOJIETUPOBAHUS, COTJIACYIOTCS ¢ UMEIOIITUMHCS SKCIIEPUMEHTAb-
HBIMY JaHHBIMH.

KiroueBblie ci1oBa: KOMIIO3UTHBIE MarepuaJsbl; PacCCJIOeHHe; KOHEYHO-3JIEMEHTHOE MOJAEIUPO-
BaHUe; BASKOCTH paspyIlIeHNsd.

EXPERIMENTAL DETERMINATION OF THE INTERLAYER
FRACTURE TOUGHNESS OF A COMPOSITE MATERIAL
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Modeling the propagation of interlaminar defects in multilayer composite materials requires knowledge of
the characteristics of the material under study associated with the fracture processes. The goal of the
study is determination of the interlaminar fracture toughness in the case of normal traction (Gy,). Finite
element modeling of testing was carried out proceeding from the data obtained. The delamination process
was modeled using the most common approaches within the finite element method: VCCT (virtual crack
closure technique) and CZM (cohesive zone model), wherein the fracture toughness is used as the main
parameter for the occurrence of delamination. The obtained data are compared with the experiment. To
confirm the correctness of the obtained experimental data on the fracture toughness Gy, modeling of the
process of compression testing of a strut-type specimen with a defect in the form of a through-the-width
delamination was carried out. This problem includes a nonlinear static solution with buckling and subse-
quent post-buckling behavior, and, as a result, the spread of the delamination zone. The data obtained us-
ing finite element modeling are consistent with the available experimental data.

Keywords: composite materials; delamination; finite element modeling; fracture toughness.
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BBenenune

B smemeHTax KOHCTPYKIIWiA, BBIMTOTHEHHBIX W3
MHOTOCJIOMHBIX KOMITO3UTHBIX MATEPHUAJIOB, OJHHM
n3 HauboJIee PACIPOCTPAHEHHBIX THUIIOB Ne(PEKTOB
SBIIAIOTCA PACCIOEHUS — HAPYIIEHHUE CBAZH MEMKIY
cnosiMu, 00BIYHO IPHUBOAAINEE K CHIKEHHUIO HX JKe-
CTKOCTH ¥ TIpoyHOCTH. MHOKecTBO paboT mocBdIe-
HO WCCIIEJIOBAHUIO BIUSAHUA HATHYUSI TAKUX Jedek-
TOB Ha KOHCTPYKIHio [1 — 5].

B ycnoBuax HOpMANBbHOTO OTphIBA (THI paspy-
mrenus [) 1 momepevyHOTo CABUTA (THII pa3pyIleHUs
II) moBemenmne meeKTOB THIA PACCIOEHUSI AHAJIO-
THYHO TTOBEIEHUIO TPEIIUH, CIe[0OBATEIbHO, A 3a-
a4 aHaJu3a POCTa PACCIOCHHUH OOBIYHO MPHUMEHI-
0T METO/BbI TUHEHHOH yIIPyrod MeXaHUKU paspylile-
Hu [6].

Hamnpsxenno-nedopmMupoBanHoe COCTOAHUE
BOJIM3W CHHTYJIAPHOCTH MOKHO XapaKTepH30BaTh
KOHEUYHBIM I[TapaMeTpoM MEXAaHUKH pPas3pyIIeHus —
WHTEHCUBHOCTBHIO OCBOOO:KmeHus suepruu (G, a co-
MIPOTHUBJIEHNE PACCIOCHUI0 — KPUTUIECKOH paboToi
paccnoenus (BABKOCTHIO MEIKCIOHHOTO paspylie-
uus) G,. [lockoabKy MHOTOCTOWHBIE KOMIIO3UTHI —
MaTepuasIbl C BHICOKMMH DKCILUIyATAIlMOHHBIMHU Xa-
PaKTEepPUCTHKAMU, UMEETCs HeOOXO0IUMOCTh TOYHOTO
paccueTra MEJKCIOEBOM BSISKOCTH PAa3pyLIEHUS I
ONTUMATBLHOTO POEKTUPOBAHUA U IOA00pa Mare-
puana s KOMIIO3UTHBIX KOHCTpyKIui. CyiiecTBy-
0T Pa3INYHbIE METOABI WCIBITAHUN MO OIpefee-
uuio (G, 717 COOTBETCTBYIOIIUX TUIIOB PACCIOEHUS.
Me:xcmoeBoe paspyienune tumna I (HopMaabHBIR OT-
PBIB) MMOIYyYHI0 HAUOOJIbIIIEe BHUMAHKE OT HCCIIeN0-
Baresiedl. JTO CBA3AHHO C T€M, YTO SHEPTUA Hadaia
paccioeHud B [aHHOM CIy4yae MeHbIIle, 4YeM IIPHU MO-
rnepeuasomM casure [7 — 9].

Cy1iecTByIoT pasaudyHble AHAIUTHYECKHUE IIOJ-
XOJIbI K PEIIeHUI0 3aJa9y YCTOHIHUBOCTH, OIIpeese-
HUIO 3aKPUTUIECKOTO COCTOSHHUA DIEMEHTOB KOHCT-
PYKIIMH, a Takxe K IPOTHO3MPOBAHHIO pacIpocTpa-
HEeHUA pacciioeHui. Bce oHU UMEIOT paf CyIIeCTBEH-
HBIX OTPAaHWYEHUU, HAPUMEDP, II0 OTHOCUTEIbHOU

t
LN
h/4

L)

L

Puc. 1. O6pasen JIKB c 61okamu HArpy:KeHUs

Fig. 1. DCB specimen with loading blocks

CJIOKHOCTH PeIllaeMbIX 3a7a4, TPYIOEMKOCTH pelie-
HHUM, THUIOBBIM 3JIEMEHTAM KOHCTPYKIHMI (OamKm,
IJIACTHUHBI), TEOMETPUYECKHUM IIapaMeTpaM paccMmar-
PHUBaEeMBbIX 3JIEMEHTOB KOHCTPYKIIHMH, II0 KOJIMYECTBY
¥ IapaMeTpaM yYMTHIBAEMbIX MEKCIOHHBIX Iedex-
ToB. Ml pelreHusa 3amauu yCTOHIHUBOCTH, OIpe[e-
JIEHUA 3aKPUTHIECKOTO COCTOSAHUA, & TAKKe IIPOTHO-
3UPOBAHUA PACIPOCTPAHEHHUS PACCIOCHUN dJie-
MEHTOB KOHCTPYKITHH XOPOIIIO IIOIXOIUT METO KO-
HEYHBIX DJE€MEHTOB. B pamMrax TaHHOTO MeToxa
CymIeCTBYIOT pas/IU4YHbIE€ IIOAXOAbl K MOIEeJIHpPOBa-
HHIO Pa3BUTHUSA TPEIIUH, B YACTHOCTH PACCIOCHHH.
OnHuM U3 pacIpoCcTPaHEHHbIX SBJISETCI METO BHP-
TyaJbHOTO 3aKpbiTHA Tpemfuuabl (virtual crack
closure technique, VCCT), moapo6HO omnucaHubIi B
pa6ore [10]. lauHBIA MeTOJ OCHOBBLIBAETCS HA JIH-
HEWHOU yIpyrod MexXaHHWKe paspylleHus U Kpure-
puu Hpsuna [11]. B pamrax gpyroro mogxona A
MOJIEIUPOBAHUSA POCTA PACCIOEHUSA, OCHOBAHHOTO
Ha KOHTAKTHOM B3aUMOIEHCTBUY TeJI, KCIIOJIb3yeTCs
MOZielIb KOTe3MOHHOM 30HBI (cohesive zone model,
CZM) [12, 13]. B arom ciayuae 6a30BOH ABIISIETCS 3a-
BUCUMOCTH YCUJIUU pacTa:KeHusd (MU CIBUTA) B KOH-
TAKTHOH Iape OT PACCTOSHHUSI MEKIY y3JaMH STHX
KOHTAKTHBIX ITap. XapaKTepHUCTHUKOH Marepuala,
HEeOOXOMUMOH [JIf peau3auu 000uX MOIX00B, IB-
JIseTcs BA3KOCTb MEKCIOMHOTO paspyuienus G..

UcneiTannsa OJIA OIIpeaeJIeHUuA RpI/ITI/I‘IeCROﬁ
paﬁo'rm pacc/sioeHus1 B yCJIOBHAX OTPLIBA

Hnsa onpenenenus BeauauHbl G, A9 KOMIIO3H-
TOB, M3TOTOBJIEHHBIX u3 mpempera Torayca T800,
ObLTH TPOBENEHBI COOTBETCTBYIOIINE HCIBITAHUS B
coorBerctBuu ¢ ['OCT P 56815-2015.

O6pasiusl mmpeacTaBiIsin cob0d TBOMHYIO KOH-
conpuyio 6anky (JIIKB) ¢ mpemBapuTenbHO BBIIIOJ-
HEHHBIM Ha KOHIE (0 IEHTPY TOJIIHHBI) paccioe-
HEEeM. Y CHIHs MPUIATaIuCh K 00pasily yepes 6I0Ku
HArpysKeHWs. ICKH3 O00pasIioB C XapaKTepHBIMHU
pasMepamu mpefcTaBIeH Ha puc. 1, pasameps! o6pas-
1oB — B Tab6u. 1. Tonmuuy A u mupuny b 06pasios
U3MepPSIIN B TpexX Mecrax (B cepeguHe U MO KpasMm
obpasiia) u 3aIUChIBAIN CpeaHee 3HAUYECHHE.

Oo6pasier u3 npenpera Torayca T800 comep:xa-
s 40 coeB, HAIIPABIEHHBIX BIOJb JAJIHHBI 06pasma
L (yxnanga: [0]y). Mexanuueckrue xapaKkTepUCTHKU
MOHOCJIOS TPHUBEIEHBI B Tab. 2.

Ucnobrranna mnpoBogunu B Marnuae Instron
8801. Bug o0pasiia, ycTaHOBJIEHHOIO B HCIIBITATEb-
HOHM MallliHe, [0 U [I0Ce HCIIBITAHUM MPeJCTaBIeH
Ha puc. 2.

I[lo wroram wucOBITAHWIA TOAYYEHBI: BSIZKOCTH
paspymenust crparmBanus G = 0,031 krc/mwm,
COOTBETCTBYIOI[Aasd HAYAIY PaCIPOCTPAHEHUS pac-
CIOEHUSA; BABKOCTH Pa3PyIIeHUA PaCIPOCTPAHEHUT
GIIZMP = 0,065 Krc/MM, COOTBETCTBYIOIIlEE YCTAHO-
BHUBIIIEMYCS IIPOIIECCY PACCIOEHUS. SHAYUTEIbHAS
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Puc. 2. O6pasern B ucnbiTaTenbHoi MamuHe Instron 8801 B Hauasne (a) u KoHie (6) HCOBITAHUMI

Fig. 2. Specimen in an Instron 8801 testing machine in the beginning (a) and at the end of testing (b)

pasHHUIla B BEJIUYHMHAX BI3KOCTH PAa3PYIIEHHSI MO-
JKeT ObITh O0BbSICHEHA Pa3INYHIMHY IVIJKUX I0BEPX-
HOCTEeH IIpeBapPUTEILHOrO Jed)eKTa, KOToOphie obpa-
3yIOTCA IIyTeM BBeIeHHSI TedIOHOBOM ILIEHKH, U
HEPOBHBIX IIOBEPXHOCTEH, 00PA3YIOIIUXCI B Pe3yIIb-
Tare pocra pacciaoeHus. B pesymbraTte mporiiecca
paccioeHus ocramrcsa BojokHa-mocTuru (bridge-
fibers), KoTopble coeqUHAIOT Gepera PACCIOeHUs H,
COOTBETCTBEHHO, MPEMSATCTBYIOT MPOIECCY paccioe-
Hud [14 — 16].

MeToapl MOAEJINPOBAHUA IIPOIIECCA
paccioeHns B KOMIIO3SUTHBIX MaTEPHAIAX

PaccMmoTpuM moaxoabl K MOAEIUPOBAHUIO IIPO-
riecca pacciaoenuit VCCT u CZM Ha npuMepe UCIIBI-
rauui 00pasios JIKB, onrcanHbIX BbIIle, C UCIIOJIb-
30BAHHEM [IAHHBIX, [MOJIyYEHHBIX B Pe3yJIbTaTe HC-
TIBITAHUH.

Ta6auma 1. Pasmepsr 00pasios
Table 1. Specimen sizes

IlocTpoeHre  KOHEYHO-3JIEMEHTHOH  MOIEIH
MPOBOAMJIK B mporpamMmHOM EKomiuiekce ANSYS,
MIPY MOJETHPOBAHUN IPUMEHSIH BOCHMUY3JI0BOM
obbemubIi KoHeuHbIH smemenT SOLID185. Koneu-
HBIM OJIEMEHTAM IIPHCBAMBAIN CBOMCTBA OPTO-
TPOITHOTO MaTepuaja ¢ O000OIIeHHBIMH MeXaHU-
YEeCKHMHU XapaKTePUCTHKAMU KOMIIO3UTHOTO HaKeTa
[17]. B xadecTBe TpaHWYHBLIX YCIOBHUH 3aJaBau
IepeMeIleHns B IIPOTUBOIIOIOKHBIE CTOPOHBI K Kpa-
M OalKu ¢ TOpIa, IJe PACIIONIOMKEHO IIpeIBapH-
TeJIbHOE pPAacCilOeHre, a TaKKe JKEeCTKYI 3aIejIKy C
MIPOTHUBOIIOIOKHOrO Topia. Takne rpaHuyHbIe yCIO-
BUSA COOTBETCTBYIOT YCJIOBHAM HATPY:KEHUA IIPH
HCIIBITAHHUSAX.

KoneuHo-smeMeHTHAs MOeIb TAKOrO 00pasia
MPWIOKEHHBIMUA T'PAHUYHBIMH YCJIOBUAMHU IIPE]-
crasjeHa Ha puc. 3. Ha puc. 4 mokasauo gedopmu-
pOBaHHOE COCTOAHHE 06pasIa, I KOTOPOro IIPo-

Howmep o6pasma L, Mm b, MM h, MM A, MM Qg MM t, MM ty,, MM 1, MM
G1l-1 160 24,30 4,57 50 32,5 4,14 3,0 13
G1-2 160 24,20 4,60 50 33,0 2,65 1,5 13
G1-3 159 24,30 4,50 50 33,5 2,63 1,5 13
Gl1-4 159 24,37 4,50 50 33,5 2,63 1,5 13
G1-5 160 24,87 4,53 50 32,0 2,63 1,5 13
G1-6 160 24,13 4,70 50 33,5 2,68 1,5 13
G1-7 160 23,60 4,40 50 34,0 2,60 1,5 13
G1-8 160 24,74 4,70 50 34,0 2,68 1,5 13
Ta6mauma 2. Mexannyeckne xapakrepucTuku MoHocmos npenpera Torayca T800 Bonb HANpaBIeHU BOIOKOH
Table 2. Mechanical properties of prepreg Torayca T800 along the fiber direction
E,, xrc/mm? E,, krc/um? E,, xre/mm? Viy V. Vi G, krchum? G, kreum® G, kre/um® 8, MM
14300 920 920 0,34 0,34 0,34 437 437 437 0,113
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Puc. 3. Koneuno-siemenTHas Mojens o6pasia ABOMHON
KOHCOJIBHOHI 0aIKu

Fig. 3. Finite element model of a DCB specimen

Puc. 4. JledopmupoBarHas KOHEIHO-dJIEMEHTHAA MOIENb
o0pasiia ABOMHON KOHCOJBHOM Gaiku (Ipolecc paccioeHus
Mopenuposaiu ¢ momorrbso meroga VCCT)

Fig. 4. Deformed finite element model of a DCB specimen
(the delamination process was modeled using the VCCT
method)

IIeCC PACCIOEHU MOAETUPOBAIN C IIOMOIIBIO METO-
na VCCT.

Ha puc. 5 mpuBemeHb 3aBUCUMOCTH HArpysku P
or mepemertienusi U mus obpasmos Gl-1- G1-8,
MMOJIyYEHHbBIE U3 UCIIBITAHUM, a TAKKe aHaJOTHIHbIe
rpadMKn, MOCTPOeHHBIe C momoInblo KOM mpu
Gr. = G{" u Gy, = G . MoxKHO 3aKII04UTD, 9TO B
Ka4eCTBEHHOM OTHOIIIEHWH 00a MeTO/[a ITOKa3hIBAI0T
HEILTOX0€ COOTBETCTBHeE dKcrmepumMenTty. OmHaKo KO-
nuuectBenHo meron CZM paer pesynbraThl, Oosee
O6nuskue K sxcrnepuMeHTanbubiM, ueM Meton VCCT,
MpUYeM HarpysKa CTPAruBaHUsS PACCIOEHHUS TOYHEe
MPOTHO3UPYETCA IIPH WCIIOJb30BAHWHN BI3KOCTH
crparmBanus G, a mojpacTaHWe pacCIOeHUT —
npu G&'” , a0 cooTBeTCTByeT (PU3UIECKOi IPHpOKe
9TUX KO3(P(PHUIIHEHTOB.

Takum 00pasoM, MOSyYeHHbBIE B Pe3yIbTaTe WC-
nbrranuil 3Havenus GV u Gi'* pua marepuana
MOKHO cyuTarh npuemyieMmbivu. OTiuyus 3aBuU-
cuMocTedl Harpysku P ot mepemerenuii U, momy-
YEHHBIX I10 MTOTAM HCIIBITAHHWH, OT AHAJOTHIHBIX
rpauKOB, OCTPOEHHBIX C IIOMOIILI0 METO/Ia KOHEY-
HBIX DJIEMEHTOB, OOBICHAIOTCS IOTPEIIHOCTHIO KO-
HEYHO-3JIEMEHTHOI'0 MOJEIMPOBAHMUS IIPOIecca pac-
cnoenus. JlaHHbIi BOIpOC MOAPOOHO paccMaTpuBa-
ercs B pabore [18].

0 5 10 15 20 28
U, mm

merox VCCT, Gy, = Glic"i; — — — wmeron CZM, Gy, = Glic"i;

meron VCCT, Gy, = GE'™; — — — werox CZM, Gy, = GL™™;

obpasier G1-1 - G1-8

Puc. 5. 3aBucumocru narpysku P or nepememenunit U miist
IBOMHOM KOHCOJBHOM OAIKHA

Fig. 5. Load P versus displacements U for DCB specimen

0

35

Puc. 6. O6paser B Buzie 0JI0CHI CO CKBO3HBIM T1e(heKTOM

Fig. 6. Strut specimen with embedded delamination

MopgeanpoBaHHE IMPOIECCA PACCIOEHHA
B 0o0pasIie THIma mojioca ¢ gedexrom
B BHJI€ CKBO3HOI'0 HEIIPOKJEeA

B xauecTBe 06BEKTA MOIEIMPOBAHUS PACCMOT-
peH obpaser] B BUie IOJOCHI W3 KOMIIO3UITHOHHOTO
MaTepuaja co CKBO3HBIM Je(peKToM, KOTOPhIH (hop-
MUPOBAJIU IIyTeM J00ABIEHUA MENKAY CIOAMH IIpe-
mpera (pTopoIIaACTOBOM IJIEHKH C 3aJaHHBIMU pas-
Mepamu u (POPMOM. ICKH3 obpasma ¢ aedeKToMm
npexncraiaeH Ha puc. 6. Ha mammunae Instron 8801
MPOBEEeHBI UCIIBITAHHUS IIIECTH ITOI00HBIX 06PA3Il0B
(C1 - C6) ua cxxkatue. O6pasiibl 3aKMMAIIH IIITATHBI-
MU THAPO3aXBATAMHU MAITUHBI TAKAM 06pasom, 4To-
ObI cBOOOMHAsA myIuHA obpasia cocrasisiaa 50 M,
IIPX 5TOM 30HA PACCIOCHUS HAXOAWIACH TIOCepeuHe
paboueii 3oubI. Marepuana 00pasioB — Ipemper
Torayca T800, MmexaHW4IECKHE XapaKTEPUCTUKUA MO-
HOCJIOSI BIOJIb HAIPABJIEHUS BOJOKOH IIPEICTABJIE-
HBI B TA0J. 2. ¥YTJIbI apMUPOBAHUA OJHOHATIPABJIEH-
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Ta6mauma 3. O6001IeHHbIE MEXaHUIECKUE XAPAKTEPUCTHKN 001acTei MOJeIUpyeMoro obpasia

Table 3. Generalized mechanical characteristics of the modeled specimen zones

Obmacrs KI‘CE/;I,Mz KI‘CE/‘%//;MZ RI‘C/;’;MZ Vay Vyz Viz Krg/ﬁ’MZ Rrg/yni;\ﬂ Krf/ﬁi\az
Hemnospesxnennas 4acThb 9692 3231 3231 0,53 0,53 0,53 1325 1325 1325
Hmxuaa yacTs 30HBI PACCIOEHUS 9949 3044 3044 0,36 0,36 0,36 1283 1283 1283
Bepxusasa yacTh 30HBI paccioeHus 8386 4120 4120 0,32 0,32 0,32 1517 1517 1517

HBIX CJIO€B B TPAIycax OTHOCHUTEIBHO MPOAOILHOM
ocu X: [+45, 0,45, 90, 0, 0, 0, +45, 0, -45, 0, 0, 0,
0, +45,90, 0,0, 0, 0,90, +45,0, 0,0, 0, -45, 0, +45,
0, mnenxka, 0, 0, 90, —45, 0, +45].

Jlnsa MomenwpoBaHHUSA MPOIECCA PACCIOCHUS B
obpasrie ¢ 1edeKToM B BHE CKBO3HOI'O HEIIPOKJIes B
nporpammuoM kKomiuiekce ANSYS mocrpoena ko-
HEYHO-3JIEMEHTHAA MOJEJIb C TPUMEHEHHEM BOChMHU-
y3JI0BOTO  OOBEMHOTO  KOHEYHOTO  DIIEMEeHTa
SOLID185.

Komeuno-anementHas Momens obpasia [genu-
Jlach HA TpU 00JIACTH: HETIOBPEIKISHHAS YACTh; HIK-
HiAA, 6OJIee TOJICTad 9aCThb 30HBI PACCIO€HHUd; BEpPX-
HAsA, 60JIee TOHKAA YacTh 30HbBI pacciaoenus. [ s ka-
KO M3 9THX YacTed 3a7aBaau cOOCTBEHHBIH OpPTO-
TPOIIHBIN MaTepuaa ¢ OOOOIEHHBIMH XapaKTepH-
CTUKAMH COOTBETCTBYIOIIHUX HAO0OPOB MOHOCIOEB [8]
(rabm. 3). Ilomyuenmass Takum 00pasoM KOHEYHO-
pJIeMeHTHAs MOjeNlb mpexacrasieHa uHa puc. 7. Ilo-
MOOHBIN IIOAXOZ K MOIEIMPOBAHUIO ILIACTHH, BBI-
IOJHEHHBIX U3 MHOTOCJIOMHBIX KOMIIO3UTHBIX MaTe-
pHAaNoB, OTHOCHTEIHHO TMPOCT U IO3BOJIAET MOIY-
YHUTHh JOCTATOYHO TOYHbIE Pe3yJ/IbTaThl.

I'paununbie ycnoBus 3agaBany CIeayoIUM 00-
pasom. JleBbIil Kpait o6pasua OBLIT KECTKO 3aKperr-
seH (cMm. puc. 7, mesbrit Topetr). C IpPOTUBOIOI0KHO-
ro TOpIlA IPHUKIAMBIBAIACH CKMMAIOIIAA HATPY3Ka
(cM. puc. 7, mpaBeId TOpel). 31ech e ObLIU 3ampe-
I[eHbl TepeMeIleHus y3JI0B BIOAb OCH Z [ Ipe-
IOTBPAIIEHUs BBIX0OIA IPaBOT0 TOPIA U3 IIOCKOCTH
Harpy:kenus. Takoe 3aKperieHre COOTBETCTBOBAIIO
YCIIOBHIO HATPY/KEHHS B WCIBITAHUAX — 06PA3IbI
MpegHA3HAYEHbI [JIA UCIBITAHUU B THAPO3aXBATaX
0e3 yCTPOMCTB, MPemoTBPAIAIINX U3rud oOpasma
M3 TIJIOCKOCTH.

JlaHHyI0 KOHEYHO-3JIEMEHTHYIO MOJENb UCIIOIb-
30BaIU VI pellleHNs HelIMHeHHON cTaTUIecKoH 3a-
Ia4u, C yIETOM IIOTEPH YCTOMYHUBOCTH, MOCIEIYIO-
UM 3aKPUTHYECKUM TIOBEJEHUEM U IIPOI[ECCOM
paccnoenusa. Jas MomenmpoBaHHUs IIpoliecca pac-
cinoenns: uconb3oBanu meronbl kak VCCT, rtak u
CZM, a B KauecTBe BI3KOCTH Pa3PYIIEHUI — BEJIH-
unHbl crparuBanus Gi" u pacnpocrpanenus G 7.
Ha puc. 8 npencrasieno qedopMupoBaHHOE COCTOS-
e KOM (mporiecc paccioeHus MOIETHPOBAIH C
nomortieio meroga VCCT).

CpaBuuBafA ocpeJHEHHBIE BEIUYHHBI HATPY30K
HaYajJIa PoCTa PacCiIoeHus y o0pasioB B IpoIecce

Ta6auna 4. Harpysku Hauama pocra paccioeHus
Table 4. Initiation of delamination growth

IKCIepUMeHTATIbHbIE Pacuerrbie naHbie
ITaHHbIE
Merton
MOOEeJIHnu- — ini — prop
oo FE T posas Trnws By, e
nedexrra
C1 3950 VCCT 4563 5371
C2 2200
C3 2900
C4 2600 CZM 3949 4132
C5 3300
Cé6 3300
Cpenuee 2992 4256 4752

WCIBITAHUN W HAYAIA POCTA PACCIOCHHUSA B KOHEY-
HO-3JIEMEHTHOU Mojesu (Tabi. 4), HoIydnIn:

Pini _Ptest
i =———%.100 ~ 30 %, (1)
Pgtnl
PProP _ piest
8 prop = ————5—-100 = 37 %. 2)
ngrop

JlJ1s1 TOHMMAHUS TPUYWH JOCTATOYHO OOJIBIITON
IIOTPEIIHOCTH OIIPeAeJIEeHNSI BEJIHUYUHbI HarpysKHu
Havyaysa pocra jaedeKTa MPOBEJIEHO COMOCTABIEHUE
SKCIIEPUMEHTAIbHBIX TPAQUKOB 3aBUCAMOCTH Ha-
rpysku P or mepemernenus topia U ¢ rpaduramu,

Puc. 7. Koneuno-sinemeHnTHas Moziesnb 00pasiia B BHJIE [T0JI0-
CBI CO CKBO3HBIM PaCCIOCHUEM: 54 — 3aKperuienus; — — Ha-
rpy3Ka

Fig. 7. Finite element model of strut specimen with embed-
ded delamination
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Puc. 8. JledopmupoBarHas KOHEYHO-3JIEMEHTHAS MOZEIH II0IOCHI C Ae(PEKTOM B BHJE CKBO3HOTO HEIIPOKJIEs (IIPOLIECC PacciIoe-

HHA MoAenupoBanu ¢ nomoisio meroxa VCCT)

Fig. 8. Deformed finite element model of a strut specimen with embedded delamination (VCCT)

16000 .
s vetop VCCT, G, = G1.;
merox VCCT, G, = G,

A aHAIUTHYECKUU pacder; -_ .
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Puc. 9. 3aBucumocts Harpysku P ot nepememtenuii U 1y mosochl ¢ 1e)eKTOM B BHJIe CKBO3HOTO HEIIPOKJIes

Fig. 9. Load P versus displacements U for a strut with embedded delamination

nosyueHHbIMU pacueramu 1o KOM, a takke amnamu-
THYECKUM PACUYETOM JIJIs THHEHHOTO yJacTKa nedop-
MHPOBaHUI 110 (popMy.re

P =FEe, 3)

rae F (MM?) — mromags mOIMepedHoro cedeHus 006-
pasua; E (krc/MM?) — MOJyJIb yIIPYTOCTH HEIIOBPE:K-
IeHHOoMH yacTu obpasma (cm. Tabm. 3), € = U/L — ne-
dopmarus obpasiia (puc. 9).

W3 rpaukoB BUAHO, UTO KECTKOCTH 00PAsIlOB B
9KCITIEPUMEHTE 0Ka3ajach MeHbIle pacuerHou. Jlan-
HBIH (PaKT MOKET OBITH CBA3AH C HAIIMYHUEM Y IIITOKA
HCITbITATeIbHON Mamuub! Instron 8801 srodra, uro
MPUBOAMIIO K SKCIIEHTPUCUTETY MIPU CKATHU 00pas-
0B, OHU TEPSJIM YCTOWYMBOCTH W HAYMHAIHU Pac-
CIauBAaThLCS PAHbIIE, YeM 9TO OGbLIO ObI IIpu obecIe-
YEeHHUU YHCTOTO CIKATHUs, BOCIIPOM3BOJUBIIErOCS B
pacuerax.

Kpome Toro, Heo6X0IMMO OTMETHTBH, YTO IIPH
MPUMEHEHWH B MOJIETMPOBAHUY BA3KOCTHU paspylie-

HUs cTparuBaHui (G HOTpPeIIHOCTD OIpeieleHns
HArpy3KM Hadaja pOCTa PAcCCIOeHHs MeHbINe, deM
IIPH MCIIOIB30BAHKUH BAZKOCTH PAa3pyLIEHH PACIIPO-
crpanenus Gi, ', 9T0 cooTBETCTBYeT (PUBHIECKOMY
CMBICIIYy TaHHBIX BEJIUYWH.

3axJaroueHue

Ha ob6pasmax qByXKOHCOJIBHOM OAIKKU SKCIIEPH-
menTanbuo corsacao ['OCT P 56815-2015 moiyue-
HbI XapaKTEPUCTUKU BA3KOCTU PACCIOEHUS B YCJIO-
BHUSAX HOPMAJIBHOTO OTPHIBA TPU CTPArUBAHUU U
nogpacranmu  gedexra (GiM = 0,031 kre/MM  ©
GP™ = 0,065 KTc/MM COOTBETCTBEHHO) MM MHOTIO-
CIIOMHOT0 KOMIIO3UTHOTO MaTepuasia, U3TOTOBIEHHO-
ro u3 npemnpera Torayca T800, ordopmoBarHOro ae-
TOKJIABHBIM METOJ0M. HOJIy‘-IeHHI:Ie pe3yabTaTsl 40~
IIOJTHAIOT CIIPaBOYHBbIEC OAHHBIE II0 XapaKTEePUuCTH-
kam npounoctu IIKM Torayca T800 u 6ymyT meob-
XOIUMBI JIJI51 PACUYETHBIX OIEHOK DKCILIYaTAI[MOHHOM’
JKUBYYECTH BO3AYIIHBIX CyIOB U3 9TOTO MaTepuaa.
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HccnenoBana sppeKTUBHOCTS PACUETHBIX OIle-
HOK HATPY3KH CTPATUBAHUA PACCIOCHUS B YCIOBUAX
HOPMaJIBHOTO OTPhIBA [JII MHOI'OCIOMHOIO KOMIIO-
3UTHOTO MATepuaia, U3TOTOBIEHHOTO W3 IIperpera
Torayca T800, u mpOoTHO3UPOBAHUA MATbHEUIIIETO
PasBUTHSA PACCIOEHUA. ¥ CTAHOBIEHO, YTO PacCyer-
ubie orenku Merogom CZM u VCCT garor mpuemiie-
MO€e KayeCTBEHHOE COOTBETCTBHE JKCIIEPUMEHTAIb-
HBIM JIAHHBIM, [TOJIyYeHHBIM Ha 00pasiiaX ABYXKOH-
COJIbHOM OanKu U Ha 00pasiax B BHIE IIOJIOCHI IIPH
Harpyskax cxarud. OIHAKO KOJIUYECTBEHHO pacye-
61 MeTomoM CZM iydiiie cOOTBETCTBYIOT SKCIIEPH-
MEHTY.
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METPOJIOTHYECKAE XAPAKTEPUCTUKH, YCTAHABIMBAIOIINE TIPEACIbl W TOTPEITHOCTH
U3MEPEHUH HEMOCPEICTBEHHO U3MEPSIEMbIX 3HAUCHU MEXAHUYECKUX HaIp SYKCHUM:

JIMara30H U3MEPEHus (CTaim, MeTayuibl) - mwioc/Muayc 600 Mlla;

Uana3oH  JOMYyCKaeMOH  CHUCTEeMaTHYECKOW  COCTaBJSIOUIEH  MOTpelHOCTH
u3MepeHnid B muana3one no 120 Mlla BkmrounTensHO - Tuitoc/munyc 6 Mlla; - B
nuana3zoHe Bbime 120 Mlla go 600 MIla- mmtoc/munyc 5% OT HeWCTBYIOIIETO
3HAYCHUS HAIIPSHKCHHUS;

npenen CKO ciy4daliHON cocTaBIsIOLIEN MOrpeltHoCcTH n3mMepennii — 4 Mlla.

OcHoBHBIM Ha3HayeHueM mnpubdopa MH-5101A sBnseTcst ero MCHonb30BaHUE B
3aa4ax KOHTPOJS COOTBETCTBHUSI HANPSHKEHHOTO COCTOSIHMS TPYOOIIPOBOIOB HOpMaMm
MPOYHOCTH C y4eToM  (DaKTUUYECKUX 3HAYEHUH  MOHTAXKHBIX  HaNpsOHKEHWH,
00yCIJIOBJIEHHBIX peakiuell OMOpPHOUN CUCTeMbl, U (PAaKTMUECKUX 3HAUYEHUN OCTATOUHBIX
CBAPOYHBIX HAIPSKEHUU.

Jnis perneHust 3TOW 3a7a4yu pa3paOOTaHbl W aTTECTOBAHBI METOIWKH H3MEpPEHHIA,
IIpUBEJIEHHBIE Ha caliTe WwWWw.encotes.ru)

¥ 000 «<MHKOTEC»

ITpuGops! Hepa3pyIIAIOLIIETO KOHTPOIIS

WWwWWw.encotes.ru info(@encotes.ru







