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JlenuHCKUI pocnexT, a. 31.

4 MockoBcku#i rocygapcrBenubiit yausepcureT umenu M. B. Jlomonocosa, Xumuaeckuii paxynbrer, Poccusa, 119991, Mocksa,
T’CII-1, yn. Jleuunckue ropsr, a. 1-3.

Cmamws nocmynuaa 26 uoas 2019 2. Ilocmynuaa nocae dopabomru 26 uroas 2019 2.
Ipunsama x nybaurayuu 20 asgzycma 2019 2.

HanomaTepuainbl Ha OCHOBE OKCHOB ITMHKA U WHIUA MOKHO MOJUMHUITUPOBATE I[yTEM BHECEHU
100aBOK (MOIU(PUKATOPOB) AJIA TOJIYUYEHHS HEOOXOAWUMBIX SJIEKTPHUUYECKUX WM ONTHYECKHX
CBOMCTB: HAIIPUMED, CIEIUMUIHOCTh STUX HAHOMATEPHUAIIOB 10 OTHOIIEHUIO K TOKCHYHBIM Ta-
3aM 00ecIeYHBaIOT ITOCPENCTBOM MMMobmns3anuu Ha noBepxHoct ZnO u InyOs; HanouacTun
Au, Ag u np. BaxHyio poas pu 5TOM HrpaeT KOHTPOJIb COCTABA ITOTO MATEPUAJIA IJIS YCTAHOB-
JIEHUs1 3aBUCUMOCTH «COMEP:KaHNe MOIM(PUKATOPOB — (PYHKIIMOHAIBHEIE CBOMCTBA». JlaHHas
pabora mocBsIEeHa paspaboTKe METOAMIECKOTO MOAX0a K MHOT03JIEMEHTHOMY OIPEIeIEHHUI0
I06aBOK (1asee 10 TeKeTy — MoAuduKaTopsl) Ag, Au 1 MATPUIHBIX HJIEMEHTOB B HAHOMAaTepHa-
JIaX HA OCHOBE OKCHIOB ITMHKA W WHIWS METOIOM aTOMHO-a0COPOIIMOHHOM CIIEKTPOMETPHH C
anekTporepmudeckoi arommsarmen (ATAAC) u MCTOYHHKOM HEIpephIBHOTO crexrpa. Marpu-
el cuHTe3upoBaHHbIX HaHoMarepuanoB (HM) siBasieTcss COOTBETCTBYIOIIHIA OKCH] C BO3MOJK-
HbBIM Je(DUIIMTOM KHUCIOPOa U3-3a TEMIIepaTypPHbIX yeinoBul cuaTesa (300 — 700 °C), a comepixa-
Hrie Mmoguduraropos (Ag, Au) usmenserca ot 1 1o 3 % macce. Haiinens: Hauboee mogxosiime
YCIIOBHS ITUPOIU3a ¥ ATOMHUBAIUH /IS [IOCIEeJ0BATEIEHOI0 MHOTO3JIEMEHTHOTO aTOMHO-a6cop6-
[MOHHOTO AHAJIM3A: TeMIIeparypa IIUPoJin3a Ipy omnpeaenenuu Ag, Au (s oboux okcuaos), In
u Zn cocrasmsger 1000, 1600, 1200 u 900 °C cooTBeTCTBEHHO; TeMIepaTypa aTOMHU3AIUN TIPU
onpenenennu Ag, Au (myss HM na ocHoBe okcuna uumus), Au (s HM Ha ocHoBe oKcuma 1TuH-
ka), In u Zn — 1800, 2200, 2100, 2200 u 1500 °C coorBercTBeHHO. [0CTUTHYyTa TOYHOCTH OIPE-
nenenns aHamuToB 1 -4 % ora. IlpaBuipHOCTE pe3ynbTaToOB IOATBEPIKAEHA METO0M
Macc-CIIEKTPOMETPHH C MHIYKTUBHO-CBA3aHHON m1asMoi. PaspaboTanHas METOAMEA IT03BOJISIET
KOHTPOJIMPOBATH COCTAB CHHTE3NPOBAHHBIX HAHOMATEPHUAJIOB I UX 0osee 5(hh)eKTUBHOTO HpH-
MEHEHUsI B IIPOU3BOCTBE XUMHUYECKUX CEHCOPOB IIPH OOHAPY:KEHUN TAKUX BPEIHBIX COEIHMHE-
uani, kak CO, NOy, NHj;, a Tax:xe B dhoTOBOIBTANKE.

KiroueBsble cioBa: aToMHO-a0COPOIIMOHHASA CIIEKTPOMETPHS BBICOKOTO Pa3PEeLIeHusT; SIEKTPO-
TepMUYECKas aTOMHU3AITUS; UCTOUHUEK HEIIPEPhIBHOIO CIIEKTPA; HAHOMATEPUAJIBI; OKCH/I ITMHKA;
OKCHJI MH/IUST; MOAU(PHUKATOPBL
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ANALYSIS OF NANOMATERIALS BASED ON INDIUM AND ZINC OXIDES
BY HIGH RESOLUTION CONTINUUM SOURCE ATOMIC
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The properties of nanostructured materials based on zinc and indium oxides can be modified by adding al-
loying elements to obtain the necessary electrical or optical properties. For example, the specificity of the
chemical properties of ZnO and In,Oj for the determination of toxic gases is achieved by immobilizing Au,
Ag, etc. nanoparticles on their surface. Control of the material composition plays an important role in de-
termining the dependence between the dopant content and functional properties of the materials. The
study is aimed at the development of a methodical approach to the multi-element determination of cata-
Iytic dopants (Ag, Au) and matrix elements in nanostructured tin and indium oxides atomic using contin-
uum source graphite furnace atomic absorption spectrometry (HR CS GFAAS). The matrix of the synthe-
sized nanostructured materials (NM) is formed by the corresponding oxide with possible oxygen deficiency
occurred due to the temperature conditions of synthesis (300 — 700°C), and the content of additives (Ag,
Au) being varied from 1 to 3 % wt. Pyrolysis and atomization conditions for sequential multi-element
atomic absorption analysis are determined. The most suitable pyrolysis temperatures upon HR CS
GFAAS determinations of Ag and Au (for both In and Zn oxides), are 1000, 1600, 1200 and 900°C, respec-
tively. The most suitable atomization temperatures for ETAA-NIS determinations of Ag, Au (for indium
oxide based NM, Au (for zinc oxide based NM), In, and Zn are 1800, 2200, 2100, 2200, and 1500°C, respec-
tively. The accuracy of analyte determination reached 1 -4 % rel. The correctness of the results was
proved by inductively coupled plasma mass spectrometry. The developed method provides control of the
composition of synthesized nanostructured materials for their more efficient use in photovoltaics, as well
as in production of chemical sensors for detection of harmful compounds like CO, NO,, NH;.

Keywords: high resolution atomic absorption spectrometry; electrothermal atomization; continuum

source; nanomaterials; indium oxide; zinc oxide; modifiers.

BBenenue

IIpumenenne nanomarepuanos (HM) Ha ocrHoBe
TIOJIyIIPOBOAHUKOBBIX OKCHIOB ITMHKA W HHIAI B
COJTHEYHOH DHEPTETHUKE, B CO3JAHUHM BBICOKOUYB-
CTBUTENbHBIX Ta30BBIX CEHCOPOB, YCTPOWCTB CIIHMH-
TPOHUKKA W BO MHOTHX APYTHX 00JACTIX COBPEMEH-
HOH WHIYCTPUHU YPE3BBIUANHO aKTyaJIbHO. OTH OK-
cuzmbl, 00aamarmIue OCOOGEHHOM KPHUCTAILIMYECKOM
CTPYKTYPOH M YHUKAJIHHBIMH IIOIYIIPOBOJHUKOBBI-
MH, TbE30- U MHPOIIEKTPUIECKUMH CBOHMCTBAMH,
XapPaKTePU3yITCs BHICOKMM 3HaYeHHEeM K03 uIru-
€HTa IIPOIYCKAHUA B BUJUMOH 00JIaCTH 3JIEKTPOMATr-
HHUTHOTO CIIEKTPa ¥ HU3KUM DIIEKTPHUYECKUM COIIPO-
tuBneHneM — mnopsaaka 1072 — 10 Owm - em [1], uTo
TIPeopesieNideT WX BBICOKYI BOCTPEOOBAHHOCTD.
Y IbpTpagucIiepCcHbIe TOPOIIKA HAHOMATEPHUAIOB II0-
JIyIPOBOJHUKOBBIX OKCHJIOB 00JIaaf0T CEHCOPHBIMI
XapaKTePUCTUKAMHE, IIPEBOCXOAINIUMHA COBPEMEH-
HbIE aHAJOTH, BHICOKOH [OJITOBPEMEHHOU CTaOWUIIh-
HOCTBIO TAPaMeTPOB Mpu paboTe B IMIMPOKOM JHATIA-
30HE yCJIOBUU OKpYsKalolled cpeabl.

MerannookcuaHble IIOJYIPOBOJHUKH B HAHO-
KPUCTALIMIECKOM cocTosTHUU — InyOs, ZnO ussect-

Hbl B KadeCTBe UyBCTBUTEIbHBIX JIIEMEHTOB XU-
MUYECKUX TA30BBIX CEHCOPOB PE3UCTUBHOTO THUIIA.
JlocTonHCTBAMY HOJIYIPOBOSHUKOBBIX XUMUIECKUX
ra30BbIX CEHCOPOB ABJIAIOTCA HX BBICOKAS IyBCTBU-
TEJIBHOCTh, HUBKOE JHEPromorpebieHre W MUHHA-
TiIopHOCTh. Ho 710 cux mop momo6HbIe ceHCOphI HAXO-
IUIN JUIIb OTPaHWYEeHHOe IpUMeHeHWe W3-3a HU3-
KOH CEJIeKTHBHOCTHU. ¥ CIOKHEHNE XUMHUYECKOTO CO-
CTaBa U CTPYKTYPHI METAITIOOKCHAHBIX IIOIYIIPOBO-
HUKOBBIX ra304yBCTBUTENBHBIX MaTepHuajoB
II03BOJISIET B 3HAYUTEIBHOH CTEIIEHU ITOBBICUTH Ce-
JIEKTUBHOCTH CEHCOPOB Ha UX OCHOBe [2, 3].
Hanomarepuanbl Ha OCHOBE OKCHIOB ITMHKA H
WHIUA MOKHO MOIU(HUIINPOBATH BBEIEHHEM pas-
JUYIHBIX M00ABOK IS IIONYYEeHHS HEOOXOIUMBIX
9MEKTPUIECKUX WKW OINTHYECKHX CBOUCTB: HAIIPH-
Mep, cueruduaHocTh 3THX HM 110 OTHOIIEHHIO K
TOKCHYHBIM ra3aM 00eCIeYHuBaT IMyTeM HMMOOHUJIH-
sanuu Ha noBepxHocTH ZnO u Iny,O; mHamouacTun
Au, Ag u 1p. [4 - 6]. Ba:xuyro posib Ipu 9TOM UTPaeT
KOHTPOJIb COCTABA 9TOTO MaTepuaa Ajs yCTAHOBJIe-
HUS 3aBUCUMOCTH «COZIePKaHue MOIU(PHUKATOPOB —
(yHKIIMOHATBHBIE CBOHCTBA» [7].
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Ciremyer OTMETHTH, YTO XHMHYECKHE CII0COOBI
MTOJIyYEeHMsI HOBBIX MAaTEPHAJIOB HE MOTYT TapaH-
THPOBaTh KOJIUYECTBEHHBIM M BOCIPOM3BOAMMBIN
repeHoc MogM(uKaTopa Ha MaTpuily. B pesyiabrare
ero cojiep:KaHue B KOHEYHOM IIPOAYKTE MOKET 3Ha-
YUTEIBHO OTIWYATHCA OT BHECEHHOTO IIPU CUHTE3E.
Ilna xapakTepusaluu HOBBIX MATEPHUAJIOB dYallle
BCEr0 WCIIOJIL3YIOT METOH SHEPrOIUCIIEPCHOHHOM
perTreHoBckol cnexkrpockonuu (A PAC) [8, 9]. Ox-
HAKO Pe3yJIbTaTbl KOJUYECTBEHHOTO aHAIN3a DTUM
METO/IOM 3aBUCAT OT COCTOSIHHUS ITOBEPXHOCTH U IIO-
pucrocTu o6pasiia, MUKPOHEOTHOPOIHOCTH, cOCTaBa
matpuibl. YacTh haKTOPOB MOKHO y4eCTh, UCIIOJIb-
3ys CTaHmapPTHBIE 00pPA3IIbI COCTABA, HO IJI HOBBIX
MaTepUaiOB Takue 00pasilbl OTCYyTCTBYIOT. Kpome
TOrO, IMPUBOAMMBIE PE3yJIbTATHI AHAIN3A, KAK IIpa-
BHJIO, HE BKJIOYAIOT METPOJOTHYECKHUX XapaKTepH-
CTUK W MOTYT CIY:KHTh TOJBKO JJIS IIPUMEPHOMH
OIIEHK! COJIep:KaHUd KOMIIOHEHTOB. PanHee Hamu
ObLI IIPEJJIOKEH HOBBIM IOAXO/ K OIpeae/eHu0 Au
u Co B OpoIIKoBbIX cycrnensusx SnO, 6e3 pasio:xe-
HHA METOIOM aTOMHO-a0COPOIIMOHHOM CIIEKTPOMET-
PUH BBICOKOTO PAa3PEIIEeHUs C BIEKTPOTEPMUIECKOM
aromusamueii (OTAAC) ¥ MCTOYHUKOM HEIIPEPHIB-
Horo criekrpa [10]. BaskHoe mpenMyIiiecTBo JaHHOTO
MEeTOIa B TOM, YTO C IIOIPEIIHOCTBI0 He Oosee 4 %
MBI OIpeIeauIu He ToIbKo nobasku 0,3 % Au u 4 %
Co, HO ¥ MakKpokoMIIOHeHT Sn B obpasmax. [loka-
3aHO, YTO OIpeie/ieHrne MOKHO IIPOBOAUTD I10 CTAH-
MAPTHBIM SJE€MEHTHBIM PpPACTBOPaAM CpaBHEHU:A, a
MPABUILHOCTh PE3YJILTATOB IOATBEPHkKIEHA C II0-
MOIIBbI0 AHAJIK3a PACTBOPOB IIPO6 IIOCIEe PasJjIoiKe-
uus merogom MCII-MC. JlaHHbI MeTOH yCITEIIHO
WCIIOIb30BAH HAMH IIPU aHAIN3e MATEePHUAIOB Ha
ocuoBe ZnO merogom PPA-ITBO [11] u gisa onpene-
nenud 3omora [12].

B nmamHoit pa6ore mpejioeH IOAX0] K MHOIO-
97IEMEHTHOMY OIIpefieIeHHI0 MOAN(UKATOPOB (Ag,
Au) u marpuunbix s;memenToB (In, Zn) B mamomare-
puanax Ha OCHOBE OKCHUIOB ITMHKA U UHIUA METOIOM
ITAAC BBICOKOrO paspelleHus C MCTOYHHUKOM He-
MPEPLIBHOTO CIIEKTPA C MIPUMEHEHHEM COBPEMEHHO-
r0 MPOTPAMMHOTO O0ecliedeHus, KOTOPhIH ITO3BOJIA-
er J0OUTHCA METPOJIOTHUYECKUX XAPAKTEPUCTUEK OIl-
peleneHus, yI0BIeTBOPIOIINX TpeboBauusiM pabo-
TBI ¢ HAHOMATEPUAIAMH.

JKCIIEepHMEHTATBLHAS 9aCTh

Pacmeopui, peazenmut u 06vekmul uccnedosa-
Hus. OOBbeKTaMH aHATUTUYECKOTO HCCISTOBAHUSI
SIBJISIOTCA HAHOMATEPUAJILI HA OCHOBE OKCHIA IIWH-
KA W OKCHOa HHIWS, MOAU(UIIHPOBAHHBIE 100aB-
Kamu Au u Ag 1 CHHTE3UPOBAHHBIE B IIPOIECCE Pac-
MBUINTEIBHOrO IIHMPOJIN3a IPEKYyPCOPOB B ILIAMEHHU
[13, 14].

s monmydyeHus: rpagyHpPOBOYHOM 3aBHCHMOCTH
PAcCTBOPBI CPABHEHU TOTOBU/IH IIyTeM pasbaBIeHus

MCXOMHBIX CTAHAAPTHBHIX 00pasIoB ¢ KOHIIEHTPALIH-
et 1000 mr/n (High-Purity Standards, CIIIA) 2 %-
umou HCL.

JlenoHU3UPOBAHHYI0 BOAY C YIEIbHBIM COIIPO-
tuBiieHueM 18,2 MOM - ¢M MOJIy4asu ¢ UCII0Ib30Ba-
uueMm cucrembl Barnstead Nanopure Analytical
(Thermo Scientific, CIIIA).

IIpu omnpepenenvu Ag, Au u In wmetomom
ITAAC ¢ WCTOYHMKOM HEMPEPHIBHOTO CIIEKTPA
HCIIOIb30BAIM XuUMuYeckuii momudurarop 0,1 %
Pd(NO;), mpomssomcrsa High Purity Standards
(CIITA), a mpu ompenenennu Zn — cmech 0,1 %
Pd(NO;)y u 5 % Mg(NOs), B coorromrernuu 100:1.

IIpo6sr pacrBopsanu B azorHoit (65 % GR ISO,
Merck) u comsnoi (37 % GR ISO, Merck) xucimorax.

Annapamypa. B pabore HCIOIB30BaIH aTOM-
Ho-abcopbuounsIii crexrpomerp ContrAA 600 c
KMCTOYHHKOM CIuIomHoro crexrpa (AnalytikJena,
Il'epmanms), KOTOPBIH OCHAIIEH KCEHOHOBOM JIAMIION
C KOPOTKOM Jyro#, CO3JAIIEH Topsadyio (POKYCHYIO
TOYKYy (ropsdee IATHO), JBOMHBIM MOHOXPOMAaTOPOM
¢ BBICOKOM paspemarorieii criocobnocreo u CCD-
merexropoM. KomOuHaAmms OBYyX MOHOXPOMATOPOB
(c mpuaMoit u TUPPAKITMOHHON PEIIEeTKOHN JIIese)
obecnieunBaer pasperenue A/AAN = 145 000, aTo co-
OTBETCTBYET IIOJNYyYEHUI0 CIIEKTPAIbHON IIIUPUHBI
JUHAY <2 IIM HA OUH JJIEMEHT n300pakeHus (IuK-
cenb) npu AyuHe BoaHBI 200 HM.

Cucrema mmeuu cHaOKeHA rpadUTOBOM TPYOKOH C
KOHTAKTHBIMH ILIOIAMKAME (C BHEIITHEH CTOPOHBI)
IV PAaBHOMEPHOTO IIOIEePeYHOr0 Harpesa. jRumpkme
obpastsr BBoguau mukpomosaropom MPE 60 (Ana-
lytik Jena, I'epmanus). B xauecrBe mpomyBO4YHOTO
raza ¥ 3alldTHOTO ras3a WCIOJIb30BAIH AapProH
(99,998 %, HUU KM, Poccus).

IIpaBunbHOCTD pesyabraToB anamuza HM koH-
TPOJUPOBAIA C TOMOIIBI0 KBaAPYIOIBHOTO MAacc-
CIIEKTPOMEeTpa € HHIAYKTUBHO-CBI3aHHOU ILJIA3MOM
Agilent 7500C (fAmonwus) ¢ mporpaMMEbIM obecrede-
urem ChemStation (Bepcus G1834B) software pa-
ckage (Agilent Technologies). Ilapamerps! mpu6opa
ykasaHbel B pabore [15]. OmnpezmeneHue saeMeHTOB
npoBoguan 1o msoromam 97Au, 107Ag, 109Ag 667n,
687n, 113In, cBOGOMHBIM OT ITOJUATOMHBIX M U3006ap-
HBIX HAJIOMKEHUH B BHIOPAHHBIX YCIOBUIX.

[l TpPHUTOTOBIEHUS PACTBOPOB CPABHEHUA U
pasbaBiieHns aHATU3UPYEMBbIX PACTBOPOB HCIIOIH30-
Baiu jposatop oobemom 100 — 1000 MEn mpousBoOI-
crBa LabMate (Ilonbmra), mosaTopbl oobemom 1 —
5 v u 20 — 200 mix Thermo Scientific (JIeumumer),
onuopasoBbie HakoHedHuku (VWR, CIIIA), rieaTpu-
(y:KHBIE MOIUIIPOIIUIEHOBBIE MPOOUPKHA 00BEMOM
15 ma (Greiner Bio — One GmbH, I'epmanmus),
mukponpobupku (Eppendorf) ob6wemom 2 mi. O6-
pasibl B3BelIuBaIM HA Becax Sartorius 1702MP8
(I'epmanus) ¢ TourocThio B3BemmBauus +0,1 mr.
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Puc. 1. 3aBucumocTs abcopbUHy HIEMEHTOB OT TEMIIEPATY-
pbI muponusa npu onpeznenernu meroxoM JTAAC ¢ ucrounu-
KOM HEIIPEepPHIBHOTO CIIEKTPa

Fig. 1. Dependence of the absorbance on the pyrolysis tem-
perature for the elements determined by HR CS GFAAS

Ilo0zomoska u anaaus npob HAHOMAMEPUALO8
na ocnose ZnO u In,O; Hapecky mpobbl maccoi
0,002 - 0,004 r momemanu B TOJUIPOIUIEHOBYIO
Mpo6UPKYy 00BeMoM 2 MJT ¥ 00aBJIstIn 1 MJI IIAPCKOH
Boxku. Ilocie OKOHUAHWS peakiuu PacTBOP pas-
0aB/ISIIM [EeMOHM3WPOBAHHOM BOJOH TaK, dYTOOBI
KOHIIEHTPAIUA DJIEMEHTA-OCHOBBI HE MPEBBIIIATIA
1000 mir/m. PacrBopenue 06pasiioB B 1apcKoi BOJI-
Ke VI OIpeesieHus 30J0Ta U cepedpa B 1eNIIx WH-
TeHCU(UKAITAY TPOBOAUIN B YIABTPA3BYKOBOU BaH-
He Sonorex RK (Bandelin, I'epmanus).

Ilna BeIbopa ammapaTypHBIX PEKUMOB OIpeie-
JIEHWS aHAJIUTOB B MP00axX WCIIONH30BAIH COJITHO-
KHCJIbIEe MOJIeIbHBIE PACTBOPBHIL:

1) pacrBop, comepskariuii 500 MKr/nm crau-
JapTHOro pacTBopa wHAudI W 1Mo 50 MKr/m 3oi0Ta u
cepebpa;

2) pacrBop, comepsarnuit 500 MKr/1 craHmapt-
HOTO pacTBopa IuHKa 1 50 MKr/1 3070Ta.

Conep:xanre 3J€MEHTOB B MOMEIBHBIX PaCTBO-
pax KOppeaupoBalO0 C COMEp:KAaHWEM B PeaTbHbBIX
npobax: masa Iny,O; — 50 mrr/m Ag, 50 mr/a Au,
500 mer/n In; gma ZnO — 50 mer/n Au, 500 MEr/in
Zn.

IIpo6e! BhICymIMBATH B COOTBETCTBUH CO CTaH-
JIApTHOHM MPOrpaMMoii CIIeKTpoMeTpa, 4To obecreyu-
BaeT IIOJIHOE BBICYIINBAHYE aTUKBOTHI €3 KUTIeHH
¥ TIOJydYeHHe Pe3ybTATOB U3MEPEHUs C BHICOKUMU
TI0Ka3aTeIIMU TIOBTOPAEMOCTH.

Jl1s1 oreHKy mpemesioB OOHAPY:KEHHUs aHAJIUTOB
WCIIOTb30BAIM PACTBOP KOHTPOJIBHOTO OIBITA —
2 %-upiit pacteop HNO;. Ilo pexomenmarmu Me:x-
IyHapomHoro corosa mpukmanHoi xuvuu WIOITAK
[16 — 18] mpemenbr oOHApPYIKEHHS JJIEMEHTOB pac-
CUHMTBHIBAIU 10 3S-KpuTepuio 171a 10 napamienbHbIX
ompejie/IeHU# TOMPABKU XOJOCTOTO oOmbITa. Jlis
OIIeHKH IpenesoB ompexpenenus meromom OTAAC
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Puc. 2. 3aBucumocTh a6COPOIMH SIEMEHTOB OT TEMIIEPATY-
pbt aromusanuu npu onpenenennu merogom OTAAC c uctou-
HHUKOM HEIPEPBIBHOTO CIIEKTPA

Fig. 2. Dependence of the absorbance on the atomization
temperature for the elements determined by HR GF AAS

C MCTOYHHUKOM HEIIPEPBIBHOTO CIIEKTPA HCIIOIb30Ba-
JIM TAKWe jKe MOJeNIbHbIe PACTBOPHI, KAK W MPU BbI-
Gope ammaparypHbIX peskuMoB. MomenabHbIH pac-
TBOP BHOCHJIM B 3JIEKTPOTEPMHUYECKHI aTOMH3ATOP
¥ U3MEpSUIM TIOTJIONIEHME OMpPeesIieMbIX dJIeMeH-
ToB. Iloromenue, moaydeHHoe OT JAHHOTO (DOHO-
BOTO pacTBopa (XOJIOCTOTO OIIhITA), WCIIONB30BAIN
IIPH pacyere IPeaeoB ONpPeae]eHHs AHAIUTOB II0
10S-xputepuio s 10 mapannenbHBIX H3MEpPeHUH
curHasa (pOHA OT IPUTOTOBJIEHHOTO MOIEIHLHOTO
pacrsopa.

O6cy:xnenue pe3yabTaTOB

Obwuii xumuneckui cocmasg HaAHOMamMepuUaL08
na ocrose ZnO u Iny,Os; Marpurieii cUHTE3UPO-
BaHHBIX HOBBIX MATEPHUAJIOB SBJISETCA COOTBET-
CTBYIOIIMH OKCHJ C BO3MOKHBIM JAe(UITUTOM KHCJIO-
poma u3-3a TeMIepaTypHbIX ycaoBui cuaTesa (300 —
700 °C), a comep:xxanue moguduratopos (Ag, Au)
cocraBisgetT oT 1 1o 3 % macc.

Buwibop annapamyprulx pescumos 04 onpede-
aenus anaaumog. llomydueHHbIE SKCIIEPUMEHTANH-
Hble JaHHBIE 110 YCTAHOBIEHHUIO TEMIIEPATYp ITHPO-
33 aHAJIUTOB IPEICTABIEHBI HA pHC. 1.

W3 pmammbix puc. 1 BUAHO, 4YTO Hawboyiee IIOJ-
XONANAMH TEMITEPATYPaAMHU CTAJWHU THPOJIU3a TTPU
ompenenenun Ag, Au (s oboux oxcumos), In u Zn
merogom OTAAC ¢ HCTOYHHKOM HEIPEPHIBHOTO
criekrpa asigiorca 1000, 1600, 1200 u 900 °C
COOTBETCTBEHHO.

JKcllepuMeHTaTbHbIE JaHHbIE II0 YCTAHOBIIE-
HUI0 TEMIIEPATYpP aTOMHU3AINYU aHAJIUTOB IIPEICTAB-
JIeHBI Ha puc. 2.

W3 puc. 2 BugHO, uT0 HaUbOIEE MOAXONAIINME
TeMIlepaTypaMu CTaIWKM ATOMH3AIUU TIPU OIpese-
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Ta6mauma 1. TemmeparypHo-BpeMeHHas mporpamma orpeaenenns aHaauToB MerogoM JOTAAC ¢ MCTOYHUKOM HEMPEPBIBHOTO

CIeKTpa

Table 1. Temperature-time program of analyte determination using HR CS GFAAS

Cragus
(hﬁ:;ii;) BeicymnBanue ITuponus Aromuzanus Ouncrra KIOBETHI
T,°C T, C T, °C T, C T, °C T, C T, °C T, C
Ag 80 20 350 20 1800 11 2450 5
90 20 1000 12
110 10
Au (In) 80 20 350 20 2200 8 2450 5
90 20 1600 19
110 10
Au (Zn) 80 20 350 20 2100 10 2450 5
90 20 1600 19
110 10
In 80 20 350 20 2200 11 2450 5
90 20 1200 13
110 10
Zn 80 20 350 20 1500 7 2450 5
90 20 900 36
110 10
Ta6auna 2. IIpenenst o6HAPYKEHUS, OPEAETIEHI U IaPAMEeTPhI IPAIyHPOBOYHBIX 3aBUCUMOCTEH
Table 2. HR CS GFAAS: calibration parameters, detection and determination limits
Amnanur (Matpuna)
[Tapamerpsr
Ag Au (In) Au (Zn) In Zn
JlnuHa BOIHBI, HM 328,068 242,795 303,935 213,857
LOD, mer/mn 0,1 0,2 0,5 0,03
LOQ, mEr/ma 0,5 0,9 0,8 1 0,08
JIuHeHHbIN Arana30H, MKT/MII LOQ-20 LOQ-100 LOQ-100 LOQ-1
KosddunuenTs: Koppensnumn 0,9902 0,9991 0,9919 0,9982

neann Ag, Au (mms HM ma ocHOBe okcuma MHOHA),
Au (mms HM ma ocmoBe okcupa nuHEa), In m Zn
spisorea 1800, 2200, 2100, 2200 u 1500 °C coor-
BETCTBEHHO.

O6006111eHHbBIe PE3YIbTATHI II0 YKCIIEPUMEHTAIb-
HO YCTAHOBJIEHHBIM YCJIOBHUSAM OIPEJeTIeHus die-
meHToB MeToqoM JTAAC ¢ UCTOUHHUKOM HEMPephIB-
HOTO CIIEKTPa IPeCTABIEHBI B TA0I. 1.

IIpedenwt o6Hapyxcerus, npedeavt onpedeserus
u napamemput zpadyuposouroii sasucumocmu. C
HCIIOJIb30BAHWEM (POHOBBIX PACTBOPOB WM MOJIENTh-
HBIX TP00 oreHuan npemensl obuapy:xenns (LOD)
u onpegnenenusa (LOQ), kKoropble HapsAY C TapameT-
paMu rpaJiyupoOBOYHBIX 3aBUCUMOCTEH IIPUBEEHDI B
Tabm. 2.

Onpedenenue anaaumos memodom ITAAC ¢
UCMOYHUKOM HEenpepuléHoz0 CneKkmpa 6 Mo0oeib-
HbLX CMeCcAX U Hanomamepuaaax wa octose ZnO u
In,0; OTMeueHO OTCYTCTBHE MATPUYIHBIX HHTEP(e-

PEeHIMiA, 0 YeM CBUIETEIbCTBYIOT PE3yabTaThl aHAa-
JIN3a, IIPUBeeHHbIe B Ta0. 3, 4 HAPALY CO CIIeKTpa-
Mu 06pasios. U3 mpecraBieHHbIX CIIEKTPOB BUIHO,
4TO BOJIM3Y aHATTUTUYECKUX JIUHUM OTCyTCTBYIOT Ka-
Kue-JIn00 JIMHUK IPYTUX DJIEMEHTOB.

CorsracHO  IOJMYyYEeHHBIM pesyjbraraMm  (CM.
Tabi. 3, 4) onpenenenne Ag, Au, In u Zn B Mmomens-
HbIX oOpasmax HM BO3MOMHO C OTHOCUTEIBHBIM
craugaptabiM oTrinonenrem (OCKO) 3,2, 3 u 3%
COOTBETCTBEHHO.

PacrBopuB mpo6bI 110 OMMCAHHOM BBIIIE METOU-
K€ ¥ WCIOJb3ysd YCTAHOBJIEHHBIE TEeMIIePATyPHO-
BpEMEHHbIe YCIOBHS ompemenenus (cMm. Tabi. 1),
pacTBOphI TPOO HAHOMATEPHUAIOB HA OCHOBE OKCH-
OB IIMHKA W WHAWA HPOAHAIM3WPOBATIHA METOOM
ITAAC ¢ nucTOYHHKOM HEPEePBhIBHOTO CIIEKTPA.

Ilonyuenuble pesyabTaThl IMIPEACTABICHBI B
Tabs. 5: [IA KOHTPOJIA WX MPABUIBHOCTH 00Pa3IIhI
Tak:ke npoananusuposaan merogom UCII-MC.
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Ta6auna 3. Pesynbrare: onpenenenus Ag, Au u In meromom 9TAAC ¢ HCTOYHHKOM HEIIPEPBIBHOTO CIEKTPA B MOJEIHHBIX CMe-
CAX Ha OCHOBE OKCH/A MH/UA

Table 3. The results of HR CS GFAAS determination of Ag, Au and In in the indium oxide based model mixtures

Ananur Beeneno, MEr/n Haiineno, Mxr/n 3D-criekTp
50 50,0 = 1,6
Ag
45 450 = 1,3
50 501
Au
45 45 =1
500 500 = 16
In
400 400 = 12

Ta6auna 4. PesynpraTs! onpenenenus Au u Zn MetonoM OTAAC ¢ nCTOUHUKOM HEIIPEPHIBHOTO CIIEKTPA B MOJEIHHBIX CMECAX
Ha OCHOBE OKCH/a IIMHKA

Table 4. The results of HR CS GFAAS determination of Au and Zn in model zinc oxide based mixtures

Ananur Bseneno, Mir/n Haiineno, mxr/n 3D-cnextp
50 50 £1
Au
45 45,0 = 0,9
500 500 = 15
Zn
400 400 = 10

Ta6auma 5. Pesynbrarer onpenenenus anaautos (% mace.) B HM merogamu OTAAC ¢ uCTOYHMKOM HEITPEPBIBHOTO CIIEKTPA U
HUCII-MC (n = 4; P = 0,95)

Table 5. The results of analyte determination (% wt.) in advanced nanomaterials using HR CS GFAAS and ICP-MS methods
(n =4;P =0.95)

Howmep npobsr 9TAAC HCIT-MC

(marpua) Ag Au In Zn Ag Au In Zn
1 (Iny,04) 0,24 0,39 82 — 0,23 0,40 82 —
2 (Iny05) 0,28 0,40 85 — 0,29 0,40 86 —
3 (In,O5) 0,22 0,42 84 — 0,22 0,41 85 —
4 (Iny0O4) 0,25 0,38 81 — 0,25 0,37 79 —
5 (Iny,O5) 0,28 0,39 85 — 0,27 0,38 84 —
1 (ZnO) — 3,7 — 79 — 3,8 — 79
2 (ZnO) — 3,5 — 81 — 3,4 — 80
3 (ZnO) — 3,8 — 80 — 3,8 — 81
4 (ZnO) — 4,0 — 76 — 4,0 — 76
5 (ZnO) — 4,2 — 80 — 4,3 — 80

IIpumeganue. OCKO gua OTAAC ¢ HcTOYHHKOM HENPEPHIBHOTO CIIEKTpa coctasudeT 1 —4 %.
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Kak BumHO 13 Tabi. 5, moyd4eHHbIe pesyIbTaThl
CBUIIETEIBCTBYIOT 00 YCITEIIHOM OIIPENeNIeHHH Kak
Moaucuraropo, Tak u Marpunsl (Ag, Au, In B
Iny,O5 u Au, Zn B ZnO) metonom OTAAC ¢ ucrounu-
KOM HeIpephIBHOTO cmeKTpa. M3 comocraBmenus c
pesyabraramu MCII-MC ompegenenns aHAIUTOB B
o0pasiiax MOKHO C/IeNaTh BBIBOJ, YTO PE3yJIhTATHI
000MX METO/0B PA3THUYAIOTCI HE3HAYUMO. JTO CBH-
IEeTEeTBCTBYeT O IEePCHEKTHBHOCTH NPUMEHEHHUT
[IPeI0KEeHHOT0 IIOAXO0Aa IS aHaIH3a HaHoMaTe-
pHAaJIOB HA OCHOBE OKCH/IOB WHIIUA U IIMHKA.

3axjaroueHue

Takum 06pasoM, IPEII0KEHHBIA METOSUIECKUN
MOIXO[] C TPUMEHEHHEM AaTOMHO-a0COPOITMOHHOM
CIEKTPOMETPHUH BBICOKOTO PA3PeIleHus ¢ HIEKTPO-
TEPMUYECKOH aToMH3aIliedl ¥ MCTOYHHKOM He-
MPEPBIBHOTO CIIEKTPA II03BOJIIET COBMECTHO OIIpe-
nenatb MmoguduraTopsr (Ag, Au) u MaTpuvHbIE
anmemenTsl (In, Zn) B Hamomarepmajgax Ha OCHOBE
OKCHOB IMHKA W WHAWSI C BBICOKOH TOYHOCTBIO U
IOCTATOYHON YyBCTBHUTEIHHOCTHI. JTO IaeT BO3-
MOKHOCTh KOHTPOJHPOBATH COCTaB CHHTE3UPOBAH-
HBIX HAHOMATEPUAJIOB I UX 6ojee 3(pPeKTUBHOTO
MIPUMEHEHHs B IPOU3BO/ICTBE XUMHUIECKUX CEHCOPOB
mpyu OOHAPYKEHWH TAKHUX BPEIHBIX COCIUHEHWH,
rak CO, NO,, NH;, a Takxe B poTOBOIBTAUKE.

BaaromapuocTu

CraThd TOATOTOBIIEHA TIPU TOAMEPIKKE TpaHTa
P®PU 17-03-01014 u ¢ ucrnonab3oBaHueMm 000pyI0-
Bauud [[KIT — UACI] uncruryra «'upeamer».
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IIpoBenmeHo cpaBHEHHe Pa3HBIX CTAHJAPTHHIX 00pPA3IOB — HCKyccTBeHHOro crexina SRM-612
(Standard Reference Material) u mpupoasoro cocraBa CI'-1A, CT™-3, CT-1A u CT'[I-1A, ucroins-
3yeMbIX [JI1 BHEIIHEH TPagyHpPOBKH IIPHU 3JIEMEHTHOM aHa/IN3e CHIHKATHBIX IIOPOJ B BHUJE
CIUIABJIEHHBIX CTEKOJI METOOM MACC-CIIEKTPOMETPHHN C MHIYKTHBHO-CBSI3AHHOM ILIA3MOU M Jia-
sepuoii abmsiuer (MC-HCIT ¢ JIA). Iens pa6orbl — BbIOOP HarboIee MOIXOIAIIUX 00pasIoB
LA IIOCTPOEHUA IPAIyHPOBOYHOM 3aBUCUMOCTH IIPY OIIPEIEIEHUH OCHOBHBIX M IIPHUMECHBIX JJIe-
menToB u npumerenre 9toi meroxuku MC-HCII ¢ JIA misa maccoBoro ananmsa. Pesynbrars: uc-
CIIeOBAHUS TTOKA3AIH, YTO UCIIOIB30BAHME IS BHEIITHEN TPAyHPOBKH CTAHIAPTHBIX 00pasIioB
IIPUPOIHOTO COCTABA C YPOBHEM coziep:xanus Si u Fe, 61U3KUM K COIEPIKAHUIO 3TUX DIIEMEHTOB B
aHAIM3UPYEMbIX 00pasax, TO3BOJISIET OIPENeIATh KaK OCHOBHBIE, TAK U IIPUMECHBIE DIIEMEHTHI
B CTEKJIAX C MEHBIIIEH IOTPEeIITHOCTHI0, YeM IIPU HCIIOIH30BAHUH /71 TPAJLyUPOBKH HUCKYCCTBEH-
Horo crekna SRM-612. [IprmeHeHre BHYTPEHHIX CTAaHAAPTOB B 000UX CIy4asax IIPUBOJUT K CHU-
SKEHUIO CHCTEMATHIECKOM IIOTPEIIHOCTH aHAIN3a, CBI3aHHON C N3MEHEHUAMHU BHIXOA a0
¥ MHCTPYMeHTAIbHBIX apameTpos B mporecce MC-HCIT usmepenus. IIpasuibHOCTS Omipeere-
Hus 28 3JIeMEeHTOB /I0Ka3aHa CPABHEHHEM Pe3yJIbTATOB aHaIN3a YeThIPeX CTAHAAPTHBIX 00pas-
1I0B C IPUHATHIMY 3HAYeHUAMY. Ha 0CHOBe yCcTaHOBIIEHHBIX 3aKOHOMEPHOCTEH BhIOPAHBI rPay-
WPOBOYHBIE CTAHIAPTHBIE 00paslbl Ui aHAJIM3a P00 HEM3BEeCTHOIO COCTABA METOI0M
MC-HUCII ¢ JIA. TTony4yeHHbIe pe3yIbTaThl AHATH3A [IECTH ITPO0 HEM3BECTHOTO COCTABA B IIpejie-
JIax TIOTPELIHOCTH COBIANAIOT C Pe3yIbTaTaMH OIPENEIEHUs OCHOBHBIX DIIEMEHTOB METOJ0M
PpeHTreHod)IyOPeCcIIeHTHOTO aHAIN3a U IIPHMECHBIX 31eMeHTOB B pactBopax merogom MC-HCII.
YTouHeHHe cofepsKaHus MPHUMECHBIX SJIEMEHTOB B PaHee aTTeCTOBAHHBIX CTAHIAPTHBIX 00pas-
11ax MPUPOIHOTO COCTaBa MO3BOJIAET UCIIOIb30BATh UX VI TPAJLYUPOBKY IIPX MACCOBOM aHAIN3E
reosiormyaeckux nopox. Paspaboranuas meroguka MC-HICII ¢ JIA aBisercs SKCIIPeCCHBIM CIIOCO-
60M OIIpeJiesieHus IUPOKOTO HAO0pa SIEMEHTOB, B YacTHOCTH P39, B CHIMKATHBIX IOPOaX U
MOJKeT IMPUMEHATHCS I MACCOBOTO aHAIM3a 06e3 MOMOTHHUTEIHLHOM IPOOOIIOATOTOBKY 06pasiioB
rocste peHTreHOd)IyOPECIIEHTHOTO aHaIn3a.

KaroueBsIie c1oBa: Macc-CleKTPOMETPUS ¢ WH/yKTHBHO-CBI3aHHOU ILIa3MOif; JazepHas abiisi-
¥, CTaHAAPTHBIE 00PasLbl; TPAAYHPOBOYHBIE CTAHIAPTHBIE 00PA3IIbI; BHEIIIHAA IPayUPOBKA.

CALIBRATION STANDARD SAMPLES FOR MULTI-ELEMENT ANALYSIS
OF SILICATE ROCKS USING INDUCTIVELY COUPLED PLASMA — MASS
SPECTROMETRY WITH LASER ABLATION
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A comparison of different standard samples — artificial glass SRM-612 (Standard Reference Material) and
standard samples of natural composition SG-1A, SG-3, ST-1A and SGD-1A — used for external calibration
in the elemental analysis of silicate rocks in the form of fused glasses by inductively coupled plasma mass
spectrometry and laser ablation (LA-ICP-MS) is carried out with a goal of selecting the most suitable sam-
ples for plotting calibration dependence upon determination of the major and trace elements when using
LA-ICP-MS for routine analysis. The results showed that the error of determination for both major and
trace elements is lower (compared to SRM-612) when external calibration is carried out using the refer-
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ence materials of natural composition with Si and Fe contents close to those in the analyzed samples. The
use of internal standards in both cases decreases the systematic error attributed to the drift of LA parame-
ters and different ablation yields. The correctness of the determination of 28 elements is proved in com-
parison of the results of the analysis of four standard samples with the reference values. The obtained re-
sults are used to select calibration standards for LA-ICP-MS analysis of the samples of unknown composi-
tion. The results of analysis of six samples of unknown composition match to the error limit the results of
X-ray fluorescence analysis (major elements) and ICP-MS (trace elements in solutions). Refining of the
content of trace elements in the previously certified reference materials allows them to be used for calibra-
tion in routine analysis of geological rocks. The developed LA-ISP-MS technique is a rapid method for de-
termination of a wide range of elements, in particular rare earth elements, in silicate rocks and can be
used for routine analysis without additional sample preparation after X-ray fluorescence analysis.

Keywords: inductively coupled plasma mass spectrometry; laser ablation; reference materials; calibra-
tion standards; external calibration.

BBenenmne

JlocTmsxennsi COBpeMEHHOM T€OXUMUM B 3HAYM-
TEJIbHOH Mepe CBA3aHBI C PA3BUTHEM (PUBUIECKUX
MEeTOZOB aHamusa mopoj u MmuHepasioB. Hawubosee
pacmpocTpaHeHHBIM METOAOM aHAaIu3a TIe0JIOTH-
YeCKnx 00pasI[oB [0JIT0e BpeMs SBIAICA PEHTTEHO-
dayopecrienrasbiit (PPA). ITonroroBka mpob B BHIE
CILJIABJIEHHBIX CTEKOJI WM IIPECCOBAHHOTO ITOPOIIKA
IIJIS 3TOTO METO/[a aHATU3a OTIMYAeTCA IPOCTOTON U
9KCIIPECCHOCTHIO, OMHAKO JOCTHUTaeMble IpPeIelbl
obHApy:KeHUs, 0COOCHHO IPHU OIpPeAeIeHHH TaKuX
B&KHBIX JJII TEOXHMHH BJIEMEHTOB, KaK peIKo3e-
MmenbHble (P39), okaspIBalOTCS HEIOCTATOYHO HH3-
kuMu [1 — 3]. Mcoonb3oBanue B reOXUMHUYECKUX HC-
CJIeTOBAHUIX BBHICOKOUYBCTBUTEIHHOTO METOA MHO-
rO3JIEMEHTHOTO AHAIM3a — MAacCC-CIEKTPOMETPHH C
UHAYKTHBHO-cBa3auuou 1wrasmou (MC-UCII) —
obecrieynBaeT mpeiesibl 00HAPYIKEHU STHX DIEeMeH-
TOB B pacTBopax Ha ypoBHe 10 10713 r/mu. Ho umen-
HO CTagWs Pas/IOKEeHWs TBEPIOro o0pasia U I0J-
HOTO IIePEeBEJIEHUs B PACTBOP OIPENeIAeMbIX dIie-
MEHTOB TIPH COOIIOMEHUH KEeCTKUX TPebOBaHU K
KuciaoTHoCTH (<5 %) u 00IIeMy COJIEBOMY COCTABY
aHamu3upyeMbix pactBopos (<0,1 %) npeacrasiser
npu MC-UCII ananuze HaAMOOIBIIYI0 CIO0KHOCTD
(4, 5].

HcnonnzoBanue crnernuanbHON JIa3epHON ycTa-
HoBKM B coueranuu ¢ M CII-macc-criekrpomerpom
MI03BOJIAET TPOBOAUTH AHAIN3 TBEPABIX 00Pa3Il0B
6e3 IIUTETHHOW CTAJWU TEPEeBEeeHHUs OIpefese-
MBIX 3JieMeHTOB B pacreop [1 -3, 6 — 8]. MC-UCII
¢ nasepHoi abiamuei (JIA) HCITOIB3YIOT KaK AJI JI0-
KaJbHOTO aHaINu3a MOHOMHHEPATbHBIX (PaKIUi
[8, 91, Tak u mya oIpeeneHus BaI0BOT0 JIEMEHTHO-
ro coctaBa mopop [1 — 3, 10 — 18], mpUroToBIeHHBIX
1A aHAJIN3a B BHJE IIPECCOBAHHBIX MOPOIIKOB [10]
WIN CTEKOJI, CIIABJIEeHHBIX ¢ qurocom [1-3,11 -
15] u 6e3 mero [16, 17].

Hawuboiee s¢hpeKTHBHBIM IIPUEMOM MTOATOTOBKH
MIOPOJI I aHaIN3a C JIA gBIsgeTcs HCIOAb30BaHUE
CTEKOJI, y:Ke HMpUroToBiIeHHbIX aid PPA conasie-
HUEM HABECKHW M3MeJIFYeHHOTr0 00pasiia ¢ Mera- Win
TeTpabopaToM JHTHUA B PA3HBIX COOTHOIIEHHUAX.
B cpasuenuu ¢ MC-UCII anamuszom pacTBOpOB Ta-

KOH cI11oco6 Mpo6OIIOATOTOBKH yCTPAHAET Ipodiemy
HeCTaO0MIBHOCTH PACTBOPOB, YMEHBIIAET YPOBEHb
CIIEKTPAIBHBIX HAJIOKEHUN NPU U3MEPEHHUAX U CY-
II[ECTBEHHO YBEJIMYUBAET CKOPOCTh aHAJIN3a, & B CO-
yeraunu ¢ PPA obecrneunBaer pacirupenue Habopa
ompejieNsieMbIX U3 OMHOH HABECKU 3JIE€MEHTOB 0e3
IOIIOTHUTEIbHBIX CTAUH XUMHYECKOH ITOATOTOBKI
[1-3,11-13].

Hecmorpsa Ha ommcaHHBIE [OCTOMHCTBA IIPHMe-
weaua MC-UCII ¢ JIA nma ananusa reoIoruaecKux
00pasiioB, TMOJyYeHHEe KOPPEKTHBIX KOJUYECTBEH-
HBIX PE3YJIHTATOB B 9TOM CJIy4ae CBI3aHO C OIpee-
meHHBIME TpyAHOCTAMH. Ha TOYHOCTS 371€MEeHTHOTO
aHaIM3a BIAUAT MHOTHE (PAKTOPHI, BKIOYAS WHCT-
pyMeHTaIbHbIE TAPAMETPbl U YCIOBUSA MIPOBEIEHUA
JIA, 4yBCTBUTENBHOCTh U paspelieHne Macc-CIIeK-
TpOMeTpa, SJIEMEHTHOE (PPAKITHOHUPOBAHIE, COCTAB
MATPHIBI ¥ HHCTPYMEHTAIbHBIH [Apeid UyBCTBU-
TEeJILHOCTH, a TaK/Ke YPOBEHb aTTeCTalluu CTaHIapT-
HBIX 00Pa3I[0B, UCHOAb3yEeMbIX /I TPAAyUPOBKU, U
BBIOOP BHYTPEHHETO CTaHIapTa, IPUMEHAEMOT0 I
KOPPEKIUH IOy YE€HHBIX pes3ynibTaToB
[6-8,18-19].

Hawubomnee cepresHbIM OrpaHHYeHHEM MeETO/a
ABIAeTCH (PPAKIMOHUPOBAHUE DIEMEHTOB, KOTOPOe
HapsAAy ¢ MATPUYHBIM BIUSHHUEM C TPYAOM IIOAIa-
eTcsi KOIWYeCTBEHHOU orenke [1, 6,9, 14, 19 — 22].
B cBs3u ¢ aTMM A mONydeHUA TOCTOBEPHBIX pPe-
3yabraroB npu JIA ciexyer ocoboe BHUMAHHUE ye-
JATH BBIOOPY /IS BHEIIHEH TPaJAyHpPOBKU IIOAXO-
IAIIAX CTAHIAPTHBIX 00Pa3I[0B C TOYHO H3BECTHBIM
COCTABOM H IKEJIATEeIbHO C MOJ00HOW MAaTpPHIEH,
a TakKe KOPPEeKTUPOBaTh MOJIyIEeHHBIE PE3yIbTaThl
C TIOMOIIbI0 BHYTPEHHUX CTAHIAPTOB — DIIEMEHTOB,
BXOJIIIINX B COCTAB AHAIH3UPYEMBIX 00pAaslioB U
OlIpeJle/IEHHbIX HE3aBHCHUMBIM METOAOM WU BBe-
MEeHHBIX HEIOCPEICTBEHHO IIepel CIUIABIeHUEeM
[18 — 22, 24].

B kauecTBe craHgapTHBIX 00PA3II0B IS TPALYH-
poBku mpu JIA yare Bcero HCIOIb3YIOT TOMOTEH-
HbI€ HCKYCCTBEHHBIE CTEKJIAHHBIE 00pPa3Ibl CEPUU
SRM 610 -617 (NIST, CIIIA), ropasmo pexe —
CTEeKJIa, MOIyYeHHbIE W3 TeOJIOTUIECKUX CTaHIAPT-
HBIX 00pasioB mpupoxuoro cocraBa BCR-2G,



14 «3aBojackada Jaboparopusda. [[maraocrtura marepuanaos». 2019. Tom 85. Ne 10

BHVO-2G, BIR-2G [18, 20]. [Ipeumy1iectBoM Hau-
0ojiee IIMPOKO HCIOIb3yeMbIx crexos SRM 610 u
SRM 612 aBasaroTCad TOYHO U3BECTHBIE BHICOKHE CO-
nepskaHua okKomo 60 OMHOPOAHO pacHpeneIeHHbBIX
mukposiemenToB (400 — 500 mir/r gmas SRM 610 u
30 — 40 mrr/r mma SRM 612), ogHako MakpococTas
CTEKOJI OTJIMYAETCS OT COCTABA MPUPOIHBIX MIUHEPa-
JIOB ¥ TOPOJA. OTO MOKET IPUBECTH K CEPHE3HBIM
AHAIUTHYECKUM IpobjieMaM, CBSI3aHHBIM C (ppak-
[MMOHUPOBAHUEM DJIEMEHTOB, YTO OCOOEHHO CHJIHHO
MPOSABIAETCH MPU WCIONH30BAHUHU JIA3€POB C IJTH-
HOU BOMHBI 266 HM u BoIle [13, 20, 21, 24].

[Tpumenenue rpagfyupoBKN Ha OCHOBE TEOJIOTHU-
YECKUX CTEKOJ TPUPOJHOTO COCTaBa TMPUBOIUT K
CHIKEHHIO TIOTPEITHOCTH aHAIN3a CHINKATHBIX MU-
HEPAJIOB UJIU CTEKOJI, OJHAKO ITPOOJIEMbI B TOM CIIy-
yae MOTYT BO3HWKHYTb B CBSI3M C HU3KHM YPOBHEM
COJIEPIKAHMS HEKOTOPBIX BJIEeMEHTOB U GOJIBIION IMOo-
TPEITHOCTRIO UX onpenenenus [16, 18, 20, 24].

[IpaBunbHBIA BHIOOP BHYTPEHHETO CTAaHAAPTA
SABJIAETCA OYEHb BAKHBIM (PAKTOPOM, BIMSIIONAM HA
MPABUILHOCTh AHAIUTUYECKUX PesybTaToB. B cBi-
3W C 9TWIM JJIEMEHT, BLIOPAHHBIM B KAYeCTBE BHY-
TPEHHEr0 CTAaHAapTa, JO/KEH OBITH PABHOMEPHO
pacrpesiesnieH, XapaKkTepPHU30BaThCS JOCTATOYHO BbI-
COKMM YPOBHEM COMEPIKAHWS AJIA TOYHOTO OIpese-
nenwns kax merogom MC-HCII ¢ JIA, rak u nesaBu-
cumbiM MeTogoM (Hampumep, PDA), u nmoBeneHuem
ripu JIA, momoOHBIM MOBeIEeHH0 aHATUTOB. B pabore
[24] ykasaHO, YTO KaJIbITHI SIBASETCA OTHUM U3 JIyd-
IIUX BHYTPEHHUX CTAHJAPTOB VI OIPEIeIeHUS
PEeIKO3eMEeIbHBIX U IIeJIOYHO3EMENbHBIX 3IEMEH-
TOB, TaK KaK 9TH 3JIeMEeHThI UMEIOT OJIU3KIe UHIEK-
ChbI (ppPaKIIMOHUPOBAHUS.

[Ipu npoBeseHNN KOMMIECTBEHHOTO aHaIu3a 60-
patubix crexos merogom MC-HCII ¢ JIA rpagyupos-
Ky 4alre BCero MpOBOMAT C WCIIONb30BAHUEM CEPUU
craugapTHbix crekon SRM 610 - 614 ¢ pasubiMu
BHyTpeHHMMH craHmapramu — Li, Si, Ca [3], 3Ca
[11], 8Sr [13]. C gpyroii croponsl, B paGorax [2 —
5,7,12], yauTbiBasg pasaudHe COCTABa CTEKOJ Teo-
JIOTHYECKHUX mopoy u crexna SRM 1mo ocHOBHBIM aJ1e-
MEHTaM, yKa3bIBAlOT HA HEOOXOIUMOCTb HCIIOIb30-
BaHUA [ TPAAYHPOBKU CTAHJAPTHBIX Te€0JIOTHYe-
CKMX 00pasIioB IPUPOMHOTO COCTABA, MPUTOTOBJIEH-
HBIX B BHUJE CIUIABJIEHHBIX CTEKOJ, KAK U AHAIU3U-
pyeMbie 00pasIibl.

B macrosameit pabore peammnsoBaHbl 00a BTH
MO[X0/Ia B IIeJISX BbIGOpa HamboJiee MOIXOJAIIETO
IJIsT OIpefesIeHus MIMPOKOT0 Habopa 5IeMEeHTOB B
cunuKaTHBIX mmopogax ¢ momombio MC-UCII ¢ JIA
¥ TPUMEHEHWS 35TOH METOMWKH [JIi MAaCCOBOTO
aHamusa.

JKCIIEPHUMEHTAILHAA 9aCTh

O0beKkTaMu aHau3a BBIOPAHBLI CTAHIAPTHBIE
reoJiorMYecKre 00pasilbl COCTABA €CTECTBEHHBIX

ropubix mopox: rpamutel CI-la, CI'-3, ra66po
CI'll-1a, tpamo CT-la (MHCTHTYT T€OXHMHH HM.
A. 1I. Bunorpagosa CO PAH) u npupoausie obpas-
IIbI HEM3BECTHOTO COCTABA M3 KOJUIEKIWU 1. T.-M. H.
O. M. Typxrwunoii u 1. r.-m. 5. H. H. Kpyxa (MI'M CO
PAH).

HOma MC-HUCII c¢ JIA 6buim HCIOIB30BAHBI
OGopaTHBIE CTEKJIa, IPUTOTOBJIEHHbBIE B 1abopaTopun
peHTreHocmekTpaIbHbIx MeTonoB ananmusa UI'M CO
PAH cnnaBnenueM ykasaHHBIX 00pasIifoB ¢ (IocoM
(66,67 % Terpabopara mutusa; 32,83 % merabopara
autua u 0,5 % 6pomunga JuTHA) B COOTHOIIEHUH 1:9
(obmras Macca CMeCH COCTaBIsfeT 5T) B IUIATHHO-
BBIX THUIVIAX B MHAYKIIMOHHOM meuyu Lifumat-2,0-Ox
(Linn High Therm Gmbh) mpu 1000 °C.

Bormonusanu Takxke aHaIM3 PaCTBOPOB ITOCIE
pasioskeHus 00pasI[oB B COOTBETCTBUH C METOAUKOM
[25].

Bce usmepenus BoimonHenb ¢ momornbio MCII-
Macc-CIIeKTpoMeTpa BBICOKOTO paspernenus ELE-
MENT (Finnigan Mat, ['epmanus) ¢ ycraHoBKOM
mist JJA UP-213 (New Wave Research, CIITIA) ¢ na-
sepoM Nd:YAG: ripu abisiiiiu UCIIOIb30BAIH HATYIO
rapMOHUKY C IJIHHOHN BOJHBI 213 HM (yaprpadmose-
toBoe manyuenue), B LIKII Uucruryra reomornu u
vunepasoruu uMm. B. A. Co6onesa CO PAH.

B kauectBe rasa-mocuTesns B abaAIMOHHON Ka-
Mepe HCIIOIb30BAIU TN, KOTOPBIHA yIydiinaer sg-
(beKTHBHOCTEL TPAHCIIOPTHPOBKU aspo30id u obec-
MeYrBaeT yBeJIHYeHHe AHAIUTHYECKOTO CHUTHAJA,
a TakKe yMEeHbIaeT (PPaKIIMOHUPOBAHUE 3JIEMEH-
toB mipu JIA [1, 7, 11, 18 — 20]. Ilepen momaganuem
B UCII renunit cmerruBaicsa ¢ aproHOM B COOTHOIIIE-
uuu 1:4. Ilepen kammoi cepueil M3MepeHU ITOTOK
rasa HaCTpaumBaIu TAKUM 00pasoM, YTO0hI MOIYIUTH
MaKCHUMAaJIbHYI0 HHTEHCHUBHOCTh AHAIUTHUIECKOTO
curHasa.

B pabore ucmonbp3oBany CTaHAAPTHYO a0IAIH-
OHHYI0 KaMepy 00beMoM 0KosIo 20 cM3, BCTPOeHHYI0
B ycrauHoBKy mia JIA. Bce momBopsmime rasosbie
TpyOKH OBLIM COKpAIleHbl 0 pPa3MepoB MEHbIIe
Metpa. Bo Bcex namepeHHUAX 4acTOTa UMILyIbCOB JIa-
3epa ObLIa MakcHMaubHOW u cocraBisaa 20 ['m,
DHEPTrHus Ja3epHOT0 UMILyIbca — OK0JI0 2 - 1070 JI:x.

II10oTHOCTD MOIITHOCTH JIA3€PHOTO H3JIYIEHUS
ABJIAETCA BAKHEHIIIUM PETYIUPYEMbIM IIapaMeTpoM,
BIIUAIOIIUM HA aHATTUTUIECKHUE XapPAKTEePUCTUKHU Me-
toma [19 - 20]. B wmacrosmeit pabore ILJIOTHOCTBH
MoITHOCTH cocTaBiana (8 — 10) - 107 Br/em?, ¢ ogHOM
CTOPOHBI, J7Is1 00ecIiedeHuA CTaOUILHOTO HHTEHCHB-
HOTO aHAJIWUTHYECKOTO CUTHANA, U C APYTrOH — Ipe-
IOTBpaIeHus 00pa3oBaHusA KPYIHBIX a3P030IbHBIX
YaCTHUII IIPH aOJIAIUHN.

Huamverp maszepHOro my4ka cocraBian 80 MEM,
abIAMUI0 BBITONHAMN HA IPAMOYTOJBHUKE ILIO-
maabio okoso 0,05 Mm? ¢ 06enux CTOPOH CILIABIEHHO-
TO CTeKJa, BBIMYKJION U IIOCKOU, B TeUeHUe OJTHOU
MUHYTHI. AOGIAINA BBIMYKIOW CTOPOHBI, COIPUKA-
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CaoIIeNCcs ¢ TUTJIEM MPH MPOOOIOArOTOBKE, ObLIa
BBIIIOJIHEHA [JIA OIIEHKH 3arpsa3HeHui o0pasia.

OmnepanuoHHbIE TapaMeTpPbl MAaCC-CIIEKTPOMET-
pa ¥ 1a3epHO MPHUCTABKH YKa3aHbl HUKE.

OnepanmuoHHbIE IapaMeTPhI
u ycaoBua MC-UCII ¢ JIA

Momraocers BY remeparopa, Br. . . . . .. .. .. 1250
OrpaxkenHas MOIIHOCT, BT . . . . . . . . .. ... <10
Tlorox rasa, jg/mMuna
npobomogatwuii (cmecs Ar + He) . . . . . 1,2+ 0,3
OXTMAKIAIOMIMH; . . . . . .« . v v o v e v e o 14
IOMONTHUTEIBHBIM . . . . . . . v v v v v v v v s 0,9
Paspemenune (M/AM) . . . . . ... ... 300 (auskoe),
4000 (cpenuee)
JlnamasoH CKAHUPOBAHUI MACC. . . . . . . . . 27 - 238
B pexxume “peak jumping”
Tum cKaHUPOBAHUAA . . . . . . . . . . . AneKTpUIecKoe
KomnruecTBo ckaHUpOBaHUil MAaccOBOro auanasona. . 10
HderextupoBanme . . . . . . . Amnanoroeoe + nudposoe
Wsoromer . . . . ... ... .. 27Al, 28,29,30Sj, 42,4344Cq,

56,57Fe, 85Rb, 88Sr, 89Y, 90.91Zr, 93Nb, 137Ba,
139] ;g 140Ce, 141Py, 146Nd, 147Sm, 151153y,
157Gd, 159Th, 163Dy, 165Ho, 166Er, 169T'm,
172y 175]y, 177.178Hf, 181Tq 282Th, 238U

ITapameTpsbI 1a3epHOH IIPUCTABKN

JlnvHa BOMHBI Ta3epa, HM . . . . . . . . . . . . . . 213
ITorox mpo6onoxaromero rasa He, mxn/c . . . . . . 300
ILnorHoCcTs MOIHOCTH Jasepa, Br/em? . . (8 —10) - 107
Yacrora 1a3epHbIX UMITyIbCOB, I'm . . . . . . . . . . 20
IIpomomkuTeasHOCTD UMITyIbCA, HC . . . . . . . . 3-5
JuameTp 1a3epHOTO IIy9Ka, MEM . . . . . . . . . . . 80

Hab6op ompepensieMbIx 3/1eMEHTOB (M30TOIIOB)
COCTOUT U3 24 MPWMECHBIX M YEeThIPEX OCHOBHBIX
anmemenToB — Si, Ca, Al, Fe, koropbie ompenensdiu
IJIT WCIIOJNIb30BAHMS WX B KAYeCTBE BHYTPEHHUX
craugaproB. lIpumensemoe paspelieHre HIpH IIPO-
Bemenuu MC-HCII ¢ JIA crekon coorBercTByeT uc-

Tao6auma 1. Ilpenensr oouapy:xenus MC-UCII ¢ JIA (mkr/r)
Table 1. LA-ICP-MS detection limits (ng/g)

nobayemomy pu MC-HMCII ananuse pacTBopoB u
ommcanHoMy B paborax [25, 26].

Pacuer xomuenTtparuii BBINOJHAANA IO BHEII-
HeH TpaiyupOBKe C pa3HbIMU CTAHAAPTHHIMU 00pas-
mamu — SRM-612 u reosorudeckumu o6pasiamu,
IIPUTOTOBJIEHHBIMH B BHIE CILUIABIEHHBIX CTEKOJI,
KaKk U aHajausupyemble 00pasiibl. KomHieHTparuu
SJIEMEHTOB B CTaHAAPTHBIX 00pasiax, NpUMeH:e-
Mble [IJI TPAAyHUPOBKH, B3ATHI U3 pador [27, 28].

B kauecTBe BHYTPEHHHX CTAHAAPTOB OBLIH
ompoboBaubl pasubie smemenThl — Al, Si, Ca, Fe,
KOHIIEHTPAI[UM KOTOPBIX aTTECTOBAHBI B CTAHIAPT-
HBIX 00pasiax | JOCTOBEPHO OIPE/IeIeHbl B AHAIH-

3UPyeMBbIX 06p3.3113.X He3aBUCHUMbIM METOAOM —
POA.

Ilomygennble ¢ pasHBIX CTOPOH CTEKOJ 3HAYe-
HHUA KOHIIEHTPAUMH yCpeNHATH, TaK Kak IJd BCeX
9JIEMEHTOB OHH pas3jaudaroTca He 6osee uem HaA 7 %,
a B OCHOBHOM JIeKaT B uHTepBaie *+3 %.

O6cy:xaenune pe3yabTaTOB

IIpedenwvt obnapymcenus (I1O) ompenmenseMbix
9JIEMEHTOB 3aBHUCIT OT YyBCTBHTEIBHOCTH METOA,
MIPUMEHAEMOT0 PaspeleHus, KoJndecTra u dpdex-
THBHOCTH TPAHCIOPTHPOBKHU abIMPOBAHHOTO MaTe-
puasa, mpuMeced W 3arpsa3HEHUH, BHECEHHBIX IPH
IUIAaBJI€HUN TAOJIETOK, 9(P(PEeKTOB «IIaMsaThH» W BO3-
MOKHBIX CIIEKTPATbHBIX HAIOKeHni. B Tabn. 1 mpu-
Bemenb! 110 smemeHTOB, OlleHEHHBIE TI0 30 Bapwua-
UM 3HAYEeHUH KOHTPOJBHOTO ombIiTa (n = 10— 20,
r7e n — KOJUYECTBO OIPEeIeIeHUH U3 PasHbIX OIThI-
TOB), B Ka4eCTBe KOTOPOTO HCIIOIb30BAIH CILIABIEH-
HBIII Merabopat/rerpabopar sutws 6e3 obpasra.
Iloxyuenusre IIO cocraBadoT A1 OGONBIIHHCTBA
npuMecHbix 3memeHToB 0,01 — 1 mir/r. a1 ocHOB-

JeMeHT I/Lcal;%iﬁz S\;ge I10 dnemeHT I/nggé;z Sflge I10
Al Cpenuee 200 Sm Husxkoe 0,05
Si Cpenuee 700 Eu Husxkoe 0,05
Ca Cpenuee 300 Gd Husxoe 0,06
Fe Cpenuee 50 Tb Husxkoe 0,03
Rb Husxoe 1 Dy Husxoe 0,03
Sr Husxkoe 3 Ho Husxkoe 0,02
Y Huskoe 0,1 Er Huskoe 0,05
Zr Husxkoe 2 Tm Husxkoe 0,01

Nb Huskoe 0,09 Yb Huskoe 0,01
Ba Husxkoe 5 Lu Husxkoe 0,01
La Husxkoe 0,5 Hf Husxkoe 0,05
Ce Husxkoe 0,5 Ta Husxoe 0,02
Pr Husxkoe 0,1 Th Husxkoe 0,02
Nd Husxkoe 0,09 U Huskoe 0,01
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HbIX 3meMeHToB [0 cylecTBeHHO BBIIIIE W COCTAB-
asiot ot 50 (Fe) mo 700 mir/r (Si).

Pesyavmamur onpedeneruss 0OCHOBHBLX d/eMeH-
mos 6 cmandapmuvlx obpasyax memodom MC-
UCII ¢ JIA. B Tabi. 2 mpuBeneHsbl pes3yIbTaThbl OIpe-
JIeJIeHusT OCHOBHBIX DJIEMEHTOB B CTAHAAPTHBIX 00-
pasmax CI'-1A, CI'-3, CT-1A u CI'/I-1A ¢ ucmonb3so-
BaHMEM PAa3HBIX CTAHAAPTHBIX 00PA3IIOB JJIs BHEIII-
Hell rpagyupoBku: SRM-612 (rpagyupoBka 1) u mo-
OYEepemHO KAKIOTO W3 YKA3AHHBIX CTAHIAPTHBIX
00pasroB (rpagyupoBKa 2), a TaKKe aTTeCTOBAH-

Ta6mauma 2. Pesynsraret MC-WCII ¢ JIA ompenenenus
OCHOBHBIX DJIEMEHTOB B CTAHIAPTHBIX 00pa3Iiax ¢ UCIOIb30-
BaHWEM Pa3HBIX TPAAYHPOBOYHBIX 0OPA3IIOB U ATTECTOBAH-
Hble sHaueHud (% macc.)

Table 2. The results of LA-ICP-MS determination of the
major elements in reference materials using different calib-
ration standards and reference values (% wt.)

Ananunsupyemsrii oopasern CI'-1A

Craicpms * A

Amanur I'pagyupoBouHEbIH 0o6pasert Cer £ A[27]
SRM-612 (1) Cr-3(2)
ALO, 17+4 142 13,84 = 0,04
Si0, 73,36 73,36 73,36 = 0,08
CaO 0,10 = 0,03 0,12 = 0,03 0,14 = 0,02
Fe,O4 2,5+0,3 2,2+0,2 2,23 = 0,05
Cr-3
Craicpyms * A
Amanur I'pasyupoBouHEBIH o6pasert Cop = A[27]
SRM-612 (1) CT-1A (2)
ALO, =1 10,7+ 0,3 10,64 = 0,07
Si0, 74,76 74,76 74,76 = 0,15
CaO 0,31 = 0,04 0,34 = 0,02 0,32 = 0,03
Fe,O4 48 + 0,4 46 = 0,5 4,50 = 0,07
Cra-1A
Craicpys * A
Amanur I'pagyupoBouHEIH 06pasert Cop = A[27]
SRM-612 (1) CT-1A (2)
Al,0,4 16 £ 4 153 14,88 = 0,07
Sio, 39+8 469 46,4 + 0,1
CaO 11 11 10,97 = 0,08
Fe,O4 10 £ 2 12+ 2 11,66 = 0,24
CT-1A
Craicpyms * A
Amamur I'pagympoBouHEIH o6pasert Cop = A[27]
SRM-612 (1) CIr'I-1A (2)
ALO, 17+3 15 + 1 14,23 = 0,09
Si0, 4 =7 49 + 6 49,1 £ 0,1
CaO 10,2 10,2 10,20 = 0,11
Fe,O4 133 152 15,22 = 0,14

Hble 3HaYeHHuA coxep:xanusa [27]. HKupubim mpud-
TOM BBIJIEIEHBI COJEP/KAHUA SIEMEHTOB, KOTOPBIE
ObLTH BBIOPAHBI B KAYecTBe BHYTPEHHUX CTaHIAP-
toB: Ca — mia CT-1A u CI'/I-1A u Si — s rpanu-
toB CI'-1A u CI'-3, Tak kak ypoBeHb comepskanus Ca
B HUX OJIM30K K IIpefiesly OOHAPYKeHHUI U OIpeIesis-
ercs ¢ 60JIBIION OTPENIHOCTHIO.

Ecnu ucmonb3oBaTh B KadecTBe TPaLyHPOBOY-
HBIX II00YEPEeHO BCE CTAHAAPTHBIE 00pasIlbI, TO
Hambosiee OMU3KHE K ATTECTOBAHHBIM 3HAYEHHUSA CO-
JePIKaHusA OIpeiesifeMbIX IIEMEHTOB MOKHO TOJIY-
YUTH JJI TPAIyUPOBOUYHBIX 00pAa3IoB, OJIMBKUX II0
COCTaBy K aHaIu3upyeMbiM. TakuMu rpagynupoBOd-
HBIMH oOpasmamu ABaA0TCca: masa rpamura CI-1A
(Si0y — 73 %, Fe,O3 — 2,23 %) — rpanur CI'-3
(Si0y — 75 %, Fe,O3 — 4,5 %), nns Tpanma CT-1A
(Si0y — 49,1 %, Fe,03 — 15,2%) — rabbpo
CI'I-1A (SiOy — 46 %, Fe;,0O5 — 11,7 %) u maobo-
poT, B cooTBeTCTBUH ¢ padoroii [1]. Pesynbrars, mo-
JIydeHHbIE II0 TPAJyUPOBKe 2, IPUBEJEHBI B Ta0I. 2
IUIA Te€X TPaJyHpPOBOYHBIX 00Pa3I[OB, IIPU HCIIOIH30-
BaHWHU KOTOPBIX IOJIyYeHbI HAWNMEHBIIINE OTKJIOHEe-
HUS Pe3yabTaToB OT ATTECTOBAHHBIX 3HAUYEHUH [27].

Hcnonb3oBanrie BHYTPEHHUX CTAHIAPTOB B 060-
X CIOy4agX CHUIKAeT CUCTEMATHYECKYI0 IIOTPEeII-
HOCTh aHAJIN3a U 06eCIedYnBaeT MONydYeHNe Pesyiihb-
TaTOB, COTVIACYIOIUXCS B MPEEIax TMOTPEIIHOCTH C
aTTeCTOBAHHBIMU 3HAYEHUAMHU. BHIOOD KOHKPETHOTO
9JIeMeHTa B KauecTBe BHYTPEHHEro craugapra o0y-
CJIOBJIEH YPOBHEM €T0 COJEP:KAHUA U TOBEeIeHNEeM B
rportecce abmsaiuu: Hapaay ¢ Si u Ca npu onpemesne-
HHAM OCHOBHBIX 3JIEMEHTOB TAKKe BO3MOJKHO WC-
monb3oBanve Al u Fe.

Pesynvmamut onpedenenus. NPUMECHBIX dJe-
MeHmos 8 CmaHOaPMHBIX 00pas3yax memodom
MC-HCII ¢ JIA. B 1a6n. 3 npuBeaeHbl pesyibTa-
ThI OTpPeNeIeHNs TPUMECHBIX 3JIEMEHTOB, MOIydYeH-
HbIe TPHU HCIOJIb30BAHUM TEX K€ TPAIyUPOBOYHBIX
00pa3IoB W BHYTPEHHHUX CTAHIAPTOB, YTO W MJId
OCHOBHBIX 9JIEMEHTOB, B CPABHEHHH C aTTeCTOBaH-
HBIMH 3HAYeHUAMH [27], yTOYHEHHBIMH 3HAYEHUS-
MU COMEP:KaHUi MPUMECHBIX dieMeHToB [28] u Ha-
UMY Pe3yNbTaTaMM aHAIN3a PACTBOPOB METOOM
MC-HCII.

BoabIIHHCTBO MOIy4eHHBIX 110 PA3HBIM IPALyH-
POBKaM pesyJbTaTOB B MpeeIax MOTPEIIHOCTH COB-
afaioT Kak C CONepP:KaHWAMHU B PACTBOPAX, TaK U C
auteparypHbiMu ganHbiMH. B rpanute CI-1A co-
nepskanua Ba u Sr 61usku K mpeneny oOHapYKeHus,
II09TOMY IIPH €r0 KCIIOJIb30BAHUHU B KadecTBe I'pa-
nyupoBouHoro obpasua ama CI'-3 ompemenuts aTH
anemMeHTHI HeBo3MOKHO. B camom CI'-1A Ba u Sr on-
pezneneHsl ¢ 60IBINION IOTPENTHOCTHIO, CpeAHIe 3HA-
YeHUS COMlepKaHNM HIKe, YeM aTTeCTOBaHHbIe [27],
HO IIOATBEPKIAIOTCA 6ojee IMO3OHUMU JaHHBIMU
[28] 1 HAIIMME pe3yIbTaTaMHi aHAIN3a PACTBOPOB.



«3aBoackasda maboparopus. [[marnocruka marepuanaos». 2019. Tom 85. Ne 10 17

OrHocuTenbHOE CTAHAAPTHOE OTKJIOHEHWE pe-
syapraroB MC-UCII ¢ JIA cocrasiasger B cpemuem
menee 15 % (kpome comep:xanuii, 6;auskux k 110).

Pezyarvmamuvt  onpedenerus pedrxo3emenbHulx
2/1eMenmos 8 cmandapmHublx 06pasyax memodom
MC-HUCII ¢ JIA. ] TeOXUMHUYECKHUX HCCIeTOBAHUN
OTPOMHOE 3HAYEHHE HUMeEeT IMPEIU3UOHHOE OIpee-
meune P39, B yactHocTH, 14 TaHTAaHOUIOB, TAK KaK
9THU JIEMEHTHI IBIAIOTCI T€OXUMUIECKUMY UHIUKA-
TOpPaMH IIPOIIECCOB, MMPOUCXOAAIINX B 3eMHOHN KOpe U
Bepxuer mantwu. Ha pmc. 1 mpuBemeHo HOpMHpPO-
BaHHOE HA XOHIPHUT pacmpenenenne P39, momyuen-
HOE B CTaHAAPTHBIX 00pasIlax C KCIOJIb30BAHUEM
st rpaayupoBku SRM-612 u BhIOpaHHBIX Tpagyu-
POBOYHBIX 00PABIIOB.

Kak Bugno u3 puc. 1, mpuMeHeHue rpamayupo-
BOYHOTO 00pasiia, COCTAB KOTOPOTO COOTBETCTBYET
aHATU3UPYEMOMY II0 COZEPKAHUI0 KPEMHUS U JKee-
3a, obecrieunBaeT MOJIyYeHHE Pe3yIbTATOB OIpee-

serusa P39 ¢ HaUMEHBIIMMH OTKJIOHEHUSAMH OT JIH-
TepaTypHbIX naHHbIx [27]. [Ipu ucnonb3oBaHuu AT
rpagyupoBun SRM-612 xapakrep pacipeaeieHus
P39 coxpansercs, omfHAKO 0TMEYAIOTCA OTKIOHEHUS
OT IIPUHATHIX 3HaYeHuu 10 20 — 25 %.

Takum obpasom, gz MC-HUCII ¢ JIA oupenemne-
HHSI OCHOBHBIX U IIPHMECHBIX 3JIEMEHTOB B Oopart-
HBIX CTEKJIaX MOKHO KCIIOJb30BATDH [JI BHEIIHEH
rpagyupoBiu kak SRM-612; tak u craHgapTHbIE 06-
PAasIibl 6IU3KOTO0 MAKpPOCOCTABA, IPUTOTOBIEHHBIE B
BHJIe CTEKOJI, KAk M aHaJIusupyeMmble obpasiibl. HMc-
KJIFOYEHWEe COCTABJISIIOT Te DJIEMEHTBI, COMep:KaHue
KOTOPBIX B CTAHAAPTHBIX 06pasiiax OIM3K0 K Ipeje-
JIy OOHApY:KeHHUs: B 9TOM Cydae HeoOXOIuMO IIpH-
meuaTh creraa cepuu SRM. Ilpu onpenenennu P33
WCITOJIb30BAHWE CTAHIAPTHBIX TEe0JIOTHYECKHX 00-
PABIOB I BHEIIIHEH IPagyHPOBKHU IPEIIIOYTHTE -
Hee, TaK KaK I03BOJISET CHU3UTDH MOTPEITHOCTD OII-
peneneHus.

Taéauma 3. Pesynsrarsr MC-UCIT u MC-UCII ¢ JIA onpenenenus mpuMeCHbIX 3JIEMEHTOB B CTAHIAPTHBIX 00pasIiax ¢ UCIOIb-
30BaHHEM PAaBHBIX TPAJYyUPOBOYHBIX 00PA3I0B U JUTEPATYPHBIE JaHHbIE (MKI/T)

Table 3. The results of ICP-MS and LA-ICP-MS determination of trace elements in the reference materials using different ca-

libration standards and literature data (pg/g)

Anasmsupyewmsrii o6pasen CI'-1A

Craicpus * A Creg = A
dnemeHT I'pamyupoBodHBIil 06pasers ngg;\g);? 27] (28]
SRM-612 (1) CI-3 (2)
Rb 1173 = 100 1013 = 200 1221 = 100 1100 = 100 1170 = 100
Sr 4+ 2 3x2 4+ 2 20 =3 5,6 = 0,6
Y 67 =8 67 =12 727 629 66 = 3
Zr 773 = 100 739 = 60 767 = 70 690 = 70 740 = 30
Nb 447 = 50 393 £ 70 413 = 50 380 = 30 406 = 30
Ba 125 13 x4 72 19 x4 5,7+ 0,6
Hf 395 36 =6 356 — 394
Ta 32+6 32 +4 26 + 2 24 £ 4 26 * 2
Th 151 = 20 147 = 25 159 = 10 130 = 10 134 = 10
18] 63 = 10 60 = 10 63 =4 63 =4 63 =4
Cr-3
Craicpums £ A Creg £ A
DeMeHT I'pamyupoBodHEIi 06paser C;gg%%;f (27] (2]
SRM-612 (1) CT-1A (2)
Rb 143 = 20 150 = 15 136 = 15 140 = 10 130 £ 6
Sr 9+2 — 8§+1 8§+2 7,2 +0,7
Y 64+ 38 56 + 12 57+5 60 = 12 57+ 2
YAy 530 = 40 516 = 30 514 = 50 470 = 50 520 = 20
Nb 215 204 192 17+ 2 19+1
Ba 68 = 10 — 68 =5 90 = 20 76 £5
Hf 135 13+3 11+1 — 12+1
Ta 1,5 +0,3 1,1+ 0,2 1,1+02 1,1+02 14+ 0,1
Th 8,1=0,9 6,9 = 0,9 71 8,0=1,0 7,6 £ 0,6
18] 1,9 £ 0,3 2,0=0,5 1,9 0,5 1,8 £ 0,3 1,9 +0,1
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Tabaumna 3 (oxoHuanUmE)
Table 3 (continued)

CTJ-1A
Craicpms * A Creg + A
dneMenT I'pagympoBouHEIH 06pasert Crepus * A
PacTBOpEt [27] (28]
SRM-612 (1) CT-1A (2)

Rb 66 = 10 65 = 10 83 14 734 79 +3
Sr 2017 = 200 2000 = 200 2250 = 200 2300 = 200 2310 = 150
Y 29 =4 24 = 7 313 30 =4 30 =2
Zr 215 = 20 200 = 20 240 = 20 240 = 20 240 = 20
Nb 8,2=0,9 6,9 =16 9,715 8§x1 8,1 0,7
Ba 1155 = 100 1032 = 100 1210 = 200 1300 = 100 1190 = 100
Hf 59=0,9 47+ 0,9 556 +0,8 — 59 = 0,2
Ta 0,71 = 0,09 0,66 = 0,09 0,56 = 0,10 1,104 0,7+ 0,1
Th 9+2 11+3 9+1 9+1 91
18] 1,8 £ 0,2 25+04 2,005 2,0 £0,5 2,2 + 0,2

CT-1A

Cratcpus * A Crep £ A
dmemeHT I'paxynpoBouYHBI 06paser Crepaus = A
PacTBOpPBI [27] [28]
SRM-612 (1) CT'I-1A (2)

Rb 152 21 +3 19+ 3 16 = 2 171
Sr 284 = 30 280 = 40 242 *+ 30 270 = 30 230 = 10
Y 41+ 6 43+ 7 36 =4 347 32+3
Zr 162 + 20 181 =+ 15 145 £ 15 130 = 10 150 = 30
Nb 8,6 0,9 8,5+0,9 7,8 0,8 8+1 7,2 +0,6
Ba 257 + 50 265 + 25 211 + 30 230 + 60 210 = 10
Hf 4,2 + 0,7 41 +=0,7 3,3 0,6 — 3,3 0,6
Ta 1,0 £ 0,3 0,95 = 0,09 0,6 =0,1 1,2+0,4 0,9 =0,3
Th 2,3 =05 2,2+0,3 1,8 = 0,6 2,6 0,8 2,3 +0,5
U 0,6 = 0,1 0,71 = 0,09 0,6 =0,1 0,8 =0,2 0,8 £ 0,2

Ta6mauia 4. Pesynbprars! omnpesiesieHus OCHOBHBIX HJIEMEHTOB B reojoruueckux obpasmax c¢ momoipio POA u MC-HUCII ¢ JIA
(% macc.)

Table 4. The results XRF and LA-ICP-MS determination of major elements in geological samples (% wt.)

IIpo6a 4125 — rueiic

IIpo6a 4127 — merabasur

IIpo6a 4128 — merabasur

Az P®A MC-UCII ¢ JIA (rpagyupoBka 2) P®A MC-UCII c JIA (rpagyupoBka 2) P®A MC-HUCII ¢ JIA (rpagyuposxka 2)
Al 0,4 14 14,4 15 14,9 13 13,7

CaO 9,1 9,1 4,0 4,0 10 10

Si0, 54 54 63 65 48 47

Fe,O4 13 13,4 10 114 18 17,6

IIpo6a 4198 - 6azanbT IIpo6a 4117 - 6azanbT IIpo6a 4122 - 6asansT

Asazuar P®A MC-UCII ¢ JIA (rpagyuposka 2) P®A MC-UCII ¢ JIA (rpagyuposka 2) P®A MC-UCII ¢ JIA (rpagyuposka 2)
Al,Oq4 18 19 15 144 18 20

CaO 2,7 2,7 6,7 6,7 1,8 1,8

Si0, 54 57 45 45 48 52

Fe,O4 15 16 13 12 12 12,8
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Puc. 1. Hopmuposannoe Ha XoHApPHUT pacrpenenenre P39,
nonxydenroe ¢ momorbio MC-HUCII ¢ JIA B cranmapTubIx 00-
pasmax CI-1A (a), CT-3 (6), CT'I-1A (8) u CT-1A (2) ¢ uc-
TI0JIb30BAHUEM PA3IUYHBIX 00PA3IOB I TPALYUPOBKN: [ —
SRM-612; 2 — BbIOpaHHBIH CTAHJAPTHBIA 00pa3el] IPUPOSI-
HOTO COCTaBa; 3 — maHuble paborsr [27]

Fig. 1. Sample/chondrite ratio of rare earth elements in
reference materials: SG-1A (a), SG-3 (b), SGD-1A (c), ST-1A
(d) obtained by LA-ICP-MS with different calibration sam-
ples: I — SRM-612; 2 — geological reference material of nat-
ural composition; 3 — reference value [27]

Pesyavmamur anaau3a npupodnwvlx zeosozute-
crkux obpaszyos memodom MC-HCII ¢ JIA. Insa ana-
JIM3a MPHUPOIHBIX 00pPAas3lloB HEM3BECTHOTO COCTaBa
MIPUMEHSIH CIAEAYIOIIYI0 CXEMY.
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Puc. 2. HopmupoBanHOe Ha XOHAPHUT paciperenerue P39,
nonxygenroe meromamu MC-UCII (1) u MC-HUCII c JIA (2)
B PA3JIMYHBIX TE0JIOTHYECKUX obOpasmax: a — 4125; 6 — 4127,
6 —4128; 2 — 4198; 0 — 4117; e — 4122

Fig. 2. Sample/chondrite ratio of rare earth elements ob-
tained by ICP-MS (1) and LA-ICP-MS (2) in different geolo-
gical samples: a — 4125; b — 4127; ¢ — 4128; d — 4198; e —
4117, f— 4122

1. IlepBoHauanbHO 06pasibl B BHAE CTEKOI
OBLIM TPOAHATU3UPOBAHbI MeTozioM PDA.

2. Ha ocHOBaHMH IIO/IyYeHHBIX PE3YAbTATOB
IS KasKOTO M3 HUX ObLIT IMOA00paH CTAHIAPTHBIN
obpaser; ¢ Hanbosee OIUZKMM COmEPIKAHUEM KpPeM-
HHUA, KAk B pabore [1], u :Kenesa, Tak KaKk U3BECTHO,
YTO IIPHUMECH JKeJjie3a CyIIeCTBEHHO BIUSIOT Ha IIPO-
mecc abssmuu [21].



20 «3aBojackada Jaboparopusda. [[maraocrtura marepuanaos». 2019. Tom 85. Ne 10

3. Crexna anamusuposanu merogom MC-HCII ¢
JIA, comep:kaHWS DIEMEHTOB PACCUUTBHIBAINA II0
BHEIIIHEH IPafiyupOBKe C BEIOPAHHBIM IPALyHPOBOY-
HBIM 00pasiioM (rpagyupoBEa 2), B KauyecTBe BHYT-
PEHHEro CTaHIapTa BO BCEX M3MEPEHUIX HCIIOIb30-
Banu Ca. O6pasiibl TakKe aHATU3UPOBATIN METOIOM

Ta6aua 5. Pesynbrarel omnpeseneHus NPUMECHBIX dilie-
MEHTOB B reosiormdeckux obpasmax ¢ momorso MC-UCII u
MC-HUCII ¢ JIA (MEr/T)

Table 5. The results of trace element determination in geo-
logic samples by ICP-MS and LA-ICP-MS (ng/g)

IIpo6a 4125 — rueiic

IIpo6a 4127 — merabasur

Ane-

Rb 50 50 119 113
Sr 144 137 165 162
Y 27 23 43 47
Zr 104 110 262 293
Nb 6,6 6,7 32 33
Ba 305 300 879 872
Hf 3,0 2,7 6,4 5,8
Ta 0,57 0,64 1,71 2,1
Th 5,2 7,0 6,0 6,9
U 1,9 2,2 0,87 1,0
e IIpo6a 4128 — merabasur IIpo6a 4198 — 6azanbT
et MCHCTT (lg/lig.;llydncpg]:xfé) MC-HCTL (ﬁ;?g;:g%
Rb 11 10 19 19
Sr 197 203 200 216
Y 35 34 48 44
Zr 118 124 119 120
Nb 11 12 2,8 2,6
Ba 285 297 283 298
Hf 3,3 3,4 3,4 29
Ta 0,76 0,89 0,19 0,23
Th 0,97 1,54 1,5 1,8
U 0,33 0,42 0,41 0,67
e IIpo6a 4117 — 6azanbT IIpo6a 4122 — 6azanbT
Rb 228 205 14 14
Sr 215 215 134 163
Y 35 30 47 54
Zr 158 157 525 687
Nb 10,6 9,5 104 113
Ba 439 404 161 179
Hf 4,0 3,6 14 13
Ta 0,73 0,65 6,7 7,4
Th 0,76 0,71 9,1 9,9
18] 0,91 0,80 2,5 2,6

MC-UCII mocite mepeBeeHns B pacTBOP B COOTBET-
CTBHH C METOIUKOH [25].

4. IlomyueHHble pe3yabTATHI CPABHUWIH C [TaH-
ubIMU P®A (ocHoBubIe amemenTsl) u MC-UCII ana-
JIM3a PACTBOPOB (IIPHUMECHbBIE 3JIEMEHTHI).

Cornacuo mamabiM P®DA comep:xanume oxcuaa
KpeMHUS B aHAIHU3HUPYEMbIX 00pasiiax MEeHIeTCs OT
48 nmo 63 %, orxcuma xemeza — or 10 mo 18 %
(Tabi. 4), Haubojee MOAXONAIIUMHE IJIS IPALyHUPOB-
KH B 9TOM ciydae OyayT CTaHOAPTHBIE 00pA3IIbI
CT'I-1A u CT-1A.

B ra6a. 4, 5 npusenens: pesynbrarst MC-MCII ¢
JIA ompeneneHuss OCHOBHBIX M IPUMECHBIX DJIEMEH-
TOB B Te0JIOTHYECKHX 00pasIiax, MoJydeHHbIe C WC-
MIOJIL30BAHMEM [IJIs1 BHEIITHEH IPpalyHPOBKH BhIOpAH-
HBIX CTAHAAPTHBLIX 006pPasIoB, BMECTe C JaHHBIMU
P®A u MC-UCITI.

Jna GombIIMHCTBA OIpPEAEIsieMbIX BJIEMEHTOB
pesyabraThl ananusa pacrBopoB Merogom MC-UCIIT
u crexosn meromom MC-HCII ¢ JIA B mpeznenax ro-
rperrHocTy coBmangamT. Hawmbosbiiiee OTKIOHEHWE
ormeueno ansa Th B obpasie 4128 u U B obpasiie
4198.

Ha puc. 2 npuBeseHo HOPMUPOBAHHOE HA XOH[I-
put pacupeznenenne P39, momyuenHoe qiisa usydae-
MBIX 00Pa3IOB IIPH AHAJIN3€E PACTBOPOB U CTEKOJI.

Kak BumHO 13 mpHBeeHHBIX 3aBUCUMOCTEH, CO-
nepskanua P39, moiaydyeHHble B pACTBOPAaX re0JIOTH-
yecKux 06pasiios u B creraax ¢ momornsio MC-UCII
u MC-HCII ¢ JIA coorBercTBeHHO, B Ipeeiax IIo-
TPEITHOCTH COBIIAAAI0T, XapaKTep HOPMHUPOBAHHOTO
pacupenenenus P39 coxpansercs.

3axkJaroueHue

Kaxk 65110 ycTanoBieHo B mporiecce paboThI, s
oIIpejie/IeHus OCHOBHBIX M IPUMECHBIX 3JIEMEHTOB B
Te0JIOTHYECKHUX TT0POJaX, MMPUTOTOBJIEHHBIX B BHUJE
crekoi, merogom MC-UCII ¢ JIA moxHO TpUMEHATH
naa rpaxyupoBku kak SRM-612; tak u cranmaprt-
Hble 00pasibl cOOTBETCTBYIOIIEro cocraBa. Cepwus
crekon SRM mMeeT mpenMyInecTBO M0 CpaBHEHUIO
C TEOJOTMYECKUMH 00pasliaMu AIf OIpeesIeHus
TeX BJIEeMEHTOB, COJIEPIKAHMI KOTOPHIX B CTAHIAPT-
HBIX oObpasiax OJHU3KM K Ipeeily OOHAPYKEHUS
W 0XapaKTepPU30BaHbI ¢ OOJBIION HeOoIpe/eseH-
HOoCcThI0. C [Ipyroil CTOPOHBI, WCIOJIb30BAHUE IS
rPafyupPoOBKN CTaHAAPTHBIX Te0JOTHYECKHX 06pas-
I[0B, IPUTOTOBJIEHHBIX B BHJI€ CTEKOJ, KAK U AHAJH-
3UpyeMble 00pasIlbl, U UMEIOIUX OIM3KUHT MAKPOCO-
cras 1o Si u Fe, mpemmoururenbHee mpu ompeerie-
HUM BCEX OCTAJBHBIX 3JIEMEHTOB, PACCMOTPEHHBIX B
pabore, Brmrouas P39.

IIpumenumocts MC-HUCII ¢ JIA mna ompemerne-
HUSA IIAPOKOro Habopa SJIEMEHTOB B CTEKJIAX C HC-
MMOJIb30BAHMEM BHEIITHEH TPaJyHPOBKH U BHYTPEH-
Hero crangapra (Ca) moxasaHa Ha OCHOBE CpaBHe-
HUS TIOJIyYEHHBIX PEe3yJIbTATOB [ CTAHAAPTHBIX
00pasIioB C aTTECTOBAHHBIMU 3HAYEHUAMW, a I
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00pasIioB HEM3BECTHOTO COCTaBa — C pe3yJbTaTaMu
P®A (ocuHoBuBIE 3n1emenTsl) u manasiMu MC-UCII
pacTBOpOB (IIPUMECHBIE SJIEMEHTHI).

YTOYHEHHE CONEPIKAHNS IPUMECHBIX DJI€MEHTOB
B paHee aTTECTOBAHHBIX CTAHAAPTHBIX 00pasIax
COCTAaBA €CTECTBEHHBIX TOPHBIX IIOPOJ IT03BOJISET
KCIIOIb30BATh WX JJIS TPAAYHPOBKU IIPH MACCOBOM
aHajm3e TeOJOTHYECKHX IIOPOJ B BHE CILIAB-
nmeunbix crexon meromom MC-UCII c JIA. Paspa-
O0oTaHHAS METOAUKA SBJISETCI O4YeHb d(PdeKTHUB-
HBIM, SKCIIPECCHBIM CII0COO0M OITpeIeIeHUs MIHPO-
KOro Habopa JIeMeHTOB, B YacTHOCTH, P39, B cuiu-
KaTHBIX ITOpojax ¢ mnpenenamu obHapy:xenud 0,01 —
0,5 MEr/T ¥ MOMeT IPHUMEHSTBHCI [ MACCOBOTO
ananus3a 0e3 [IOMOTHUTENBHOH IIPOOOIIOATOTOBKY
rociie POA.
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Ha ocHoBe cuHTE3HpOBaHHOTO II0 H3BECTHOH MeTomuke 3-[4-kapbokcudenniasolnenra-
muona-2,4 6epuia momydena 4-(2,4-6vc((2-aMUHOITHII) IMUHO ) [IEHTAH-3-HJT) TUA3EHILT) OeH30MHAS
kuciora (R). CoctaB u cTpoeHHe CHHTE3MPOBAHHOIO PEAT€HTA YCTAHOBIEHBI METOAAMHU dIIe-
menTHOro aHasmsa u JIMP-criekrpockornuu. CrekTpod)0TOMETPHYECKHM METOIOM U3YYEHO KOM-
wrekcoobpasosauue menu (II) ¢ R B mpucyrerBum 8-rumpoxcuxunonuua (Ox), nudenuirya-
auguHa (JOI) u stunenauavuna (I]). Haiinens! ontuMaibHbIe YCIOBHA KOMILIEKCO00pa30Ba-
HUA ¥ YCTAHOBJIEH COCTaB OTHOPOAHO- M PA3HOIUTAHIHBIX KOMILIEKCOB. IIpu B3anmoneiicTBuu
menu (II) ¢ R mpu pH 3 - 10 MakcuMaasHbIH BbIX0O KoMILTeKca Habmogaercs npu pH 5 (A, =
= 553 um). OmpeziesieHbl MOIAPHBIE KO3(P(MUIUEHTHI [TOTJIOIIEHUST U KOHCTAHThI YCTOMIMBOCTH
romiurekcoB menu (II). Ycranosnena obacts moguunenus 3axoHy Bepa. B mpucyrcreunm Ox,
O®I" u 3]] omrnyeckas ILUIOTHOCTH PACTBOPOB KOMILIEKCA 3HAUYMWTEILHO BO3PACTAET, a OITHU-
manbHOe 3HaueHue pH kKommurekcooOpasoBaHus cMmelaercs B KHCIyio obmactb: pH = 2 - 3.
MakcuMyMBbI CBETOITOIVIONIEHHUSI PA3HOIUTAHAHBIX KOMIUIEKCOB HaOmomaiorcs mpu 564 HM
(CuRy-0Ox), 568 1M (CuRy-I®I") u 576 um (CuRy-9x). CpaBHEeHIE KOHCTAHT YCTOMYUBOCTH Off-
HOpOAHO- 1 pasnomuranaubx komiwiekcoB Cu (II) mokassiBaer, uro CuRy-9]1 6onee ycroituus,
YeM JpyTHe UcciaefyeMble KoMIUIeKChl. FI3ydeHo BIugHIe TIOCTOPOHHIX HOHOB M MACKUPYIOIIUX
BeIIECTB Ha KOMILTIEKCOOOpa30BaHue: U3 CPABHEHHS HCCIEJOBAHHOIO PeareHTa I OIpesere-
aus menu (1) ¢ usBecTHBIME U3 TUTEPATYPHI BUHO, YTO IIPEIJIOKEHHBIN pearenT 6ojee H36upa-
TeseH. Bricokas n30upaTeIbHOCTh N3y9IeHHBIX PEaKITUi II03BOIHIA Pa3paboTaTh SKCIIPECCHYI0
MeToauKy poromerpruueckoro onpenenerus menu (II) B mupure.

KaroueBsie cioBa: oroMerpusi; KoMIiuiekcooopasosauue; mensb (I1); cmernanuo-murassbie
KOMILUTEKCBI, IUPHUT; 3-[4-Kapbokcudenriasoluenranuon-2,4; 8-AUTHAPOKCUXUHOINH; aude-
HWITYaHUIUH; STHICHINAMIH.,

PHOTOMETRIC DETERMINATION OF COPPER (II) MICROQUANTITIES IN PYRITE
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4-(2, 4-bis((2-aminoethyl)-imino)pentane-3-yl)diazenyl)benzoic acid was synthesized using 3-[4-carboxy-
phenylazo|pentanedione-2,4 (R) reagent obtained by the standard procedure. The composition and struc-
ture of the synthesized reagent is determined by the methods of elemental analysis and NMR spectros-
copy. The complexation of copper (II) with 3-[4-carboxyphenylazo|pentanedione-2,4 (R) in the presence
and in the absence of 8-hydroxyquinoline, diphenylguanidine and ethylenediamine was studied spectro-
photometrically. Optimal conditions for complexation are specified and composition of homo- and
mixed-ligand complexes are determined. When copper (II) interacts with R at pH 3 — 10, the maximum
yield of the complex compound is observed at pH 5 A, = 553 nm. The molar absorption coefficients and
the stability constants of copper (II) complexes were determined. A range in which Beer’s law is valid is de-
termined. Study of the complex with 8-hydroxyquinoline (Ox), diphenylguanidine (DPG) and ethylene-
diamine (ED) present showed that under the effect of these compounds, the optical density of the complex
solutions significantly increases and the pH value of the medium providing optimal complexing shifts to
the acidic region: pH 2 - 3. The maxima of the absorption of mixed-ligand complexes are observed at
A =564 nm (CuR,-Ox), A = 568 nm (CuR,-DFG), A = 576 nm (CuR,-Ed). Comparison of the values of
the stability constants of homo- and mixed-ligand Cu (II) complexes shows that CuR,-ED is more stable
than the other ones under study. The effect of foreign ions and masking substances on complexation was
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studied. The selectivity of the obtained reagent for copper (II) determination, compared to the reagents of
the same duty known from the literature appeared advantageous. The high selectivity of the studied reac-
tions provided developing of a rapid method for copper determination in rocks. A procedure for the spec-
trophotometric determination of copper (II) in pyrite is developed.

Keywords: photometry; complexation; copper (II); mixed ligand complexes; pyrite; 3-[4-carboxyphenyl-
azo]pentanedione-2,4; 8-hydroxyquinoline; diphenylguanidine; ethylenediamine.

BBenenune

PasButne coBpeMeHHOM MPOMBIIIIEHHOCTH 00Y-
CJIABJIMBAET BO3POCIIYI0 IOTPEOHOCTh B HCIIOJIb30-
BaHWU MEJU U ee coefuHeHUH. BemencTBre BHICOKOM
3JIEKTPO- U TEIUIONPOBOMHOCTHA MeIb U €€ CIIABbI
MPUMEHSIOT B 3JIEKTPO- W BOEHHOH TeXHWKe, Ma-
IIUHOCTPOEHUU, SAEPHON M APYTHX OTPACIAX CO-
BPEMEHHOH POMBIILICHHOCTH. B CBSA3H C IIIHPOKUM
IMpUMEHEeHHeM MeId U ee CIUIABOB HeobxommMma
paspaboTKa HOBBIX YyBCTBUTEIBHBIX U H30HUpaTEIh-
HBIX METOIUE OIIPEIEeIeHHUs ee MaKpO- U MHKDPOKO-
audectB. Menb u ee coemwHEHHs TaKKe 001a1af0T
TOKCUYHBIMKA CBOWCTBAMH, II09TOMY aHAJIUTHYE-
CKHI KOHTPOJIb COIEP:KAHUI MEIH B DKOJOTHUIECKUX
00BeKTax ABIAETCA aKTyaIbHOU mpobiemoii. B ana-
JIUTUYECKON XWMHHU HCIIOJIb3YIOT PasindHble (u-
3UKO-XMMHUYECKHUE METOIbI IJI OIpPEeNeJeHus MeIu
[1 - 5], KamabIi U3 KOTOPBIX XapaKTEePU3yeTCsd CBOU-
MM IIPpEUMYIeCTBAMH M HegocTaTKaMu. Kak mo-
Ka3bIBaeT aHAIU3 JINTEPATYPHBIX JAHHBIX, CIIEKTPO-
oromeTprueckuii METO] aHANW3A SIBISETCA HKC-
MPEeCCHBIM U JAeT BO3MOIKHOCTH OIIpeelieHus Ma-
apix KommuectB Mmenu (II) B oOBeKTax CIIOMKHOTO
cocrasa. Merox Takxe 0TBEYAET COBPEMEHHbBIM TpPe-
00BaHMAM II0 YYBCTBHUTEIBHOCTH. N HOrOKOMIIO-
HEHTHOCTH 00BEeKTOB (3p(heKT MaTPHUIIbI) AeIaeT He-
00XOIMMBIM HCIIOJb30BAHUE pPeareHTOB, COjep:Ka-
[AX CHEIU(PUIHBIE 110 OTHOIIIEHUIO K OIIPEeIeIsieMo-
My BJeMeHTy (QYHKIHOHAIbHEIE AHATUTHYECKHE
rpynmel. Ilo 9Toil mpuumHe cHHTE3 HOBOTO Kjacca
OpraHUYeCKUX PeareHTOB — a30MPOU3BOMHBIX arle-
THJIAIIETOHA — W MX HCIOJIb30BAaHUE JJIS OIpeese-
Hua wmexu (II) mpexmcraBnser TeopeTHUecKHH u
IIpaKkTUIeCcKUuU HHTepeC.

Panee Hamu ObLIM CHHTE3UPOBAHBLI A30IPOM3-
BOIHBIE -IUKETOHOB ¥ U3yYEeHBI UX aHATUTUIECKUE
BO3MOKHOCTH [6 — 8]. ¥ cTaHOBIEHO, YTO STH peareH-
ThI 00JIaJAI0T [IEHHBIMU AHAJIUTHYECKUMH CBOKCTBA-
MH JIJISI OIIPeieJIEHus Psijga MeTaioB. Paspaboranbr
MeTonuku poromerpudeckoro onpenenenus Cu (II)
B IIPUPOIHBIX U IPOMBIIUIEHHBIX 00beKTax [9 — 13].

CunresupoBana 4-(2,4-6vc((2-aMHHOITHII) IMU-
HO)IIeHTAaH-3-WI)IuaseHu1)0eH3oiHas kuciaora. Ha
OCHOBE 3TOr0 peareHTa MOJIyYeH KOMILIEKC MeH.
Ompenenena KpUCTANIMYECKAS CTPYKTYPA 9TOTO CO-
enuHeHud [14].

Ilenr wHacrosmielr paboOThl — H3yYEHHE KOM-
ILUIEKCO0OPA30BAHUA CHHTE3HMPOBAHHOIO OpraHuYe-
CKOT'0 peareHTa C HOHOM MeJIH.

JKCIIEPHMEHTAIBLHAA 9aCTh

Ilo usBecTHOI MeTOAuKe ObLI CHHTE3HPOBAH 3-
[4-rapborcudennnaso]uenraguon-2,4 [15]. Ha ero
ocHoBe 1oiyueHa 4-(2,4-6uc((2-aMUHOITHII)UMHU-
HO)IIeHTaH-3-ui1)guasenun)oernsonnas kuciora (R):

CH,

b= N—CHy—CHy—NH,
HOOCO—N: N—CH

o N—CHy—CH,—NH,

CH

CocraB u cTpoeHHe CHHTE3UPOBAHHOTO peareH-
Ta yCTaHOBJIEHBI METOJAMU DIEMEHTHOTO aHa/IN3a U
AMP-cniekTpoCcKOIHH.

Pearent xopomo pacrBopum B Bozme. B pabore
ucnonb3oBanu 1-102 M Boguble pacTtBopbl R u
srunenauavusa u 1 - 102 M sraHonbHBIE PACTBOPHI
8-TUIPOKCUXUHOMVHA U TU(EHUITYaHUIUHA.

Crampaprusriii 1107 M pacrsop menu (II) ro-
TOBHJIM PACTBOPEHHWEM PACCINTAHHOM HABECKH Me-
tammndeckod Menu B HCl mo meronuxe [16]. Pa6o-
gue 1-1023 M pacrBopbl moxydanu paszGaBieHHeM
HCXOIHOTO pacTBOpa AUCTUILIUPOBAHHOU BOJOM.

Hnsa cozmanus HeobxomuMbix 3HaueHuit pH wc-
nonb3oBanu ¢urcanan HCl (pH 1 -2) u ammuau-
Ho-areraTHbie Oydepubie pactBopbl (pH 3 -11).
3uauenne pH pacTBOpOB KOHTPOJIHUPOBAIU C IIO-
Morrbio noHomepa M-130 co CTEKIAHHBIM 3JIEKTPO-
noM. OIITHYIECKyI0 IJIOTHOCTb PACTBOPOB HM3MEPSIH
¢ ucrnoab3oBanueM crexkrpodoromerpa Lambda-40
(Perkin Elmer) u doroxomopumerpa KOK-2 B kio-
BETE C TOJIIMHOH MOTJIOMIAIOIIETO cI0d 1 cM.

OGcy:xnenue pe3yabTaToOB

IIpu B3ammopeticreuu memu (II) ¢ R mpu pH
3 — 10 MakcHMaNTbHBIH BBIXOZ KOMILIEKCA HAOI0xa-
erca opu pH 5 (A, = 553 um). B srux ycaoBusax
peareHT mMeeT MaKCUMyM IIOTJIONIeHNd pu 283 HM
(puCyHOK).

HccnenoBanmsa mokrasanaw, YTO B IPHUCYTCTBUU
8-ruapoKCUXUHOMMHA, MU(EHUITYAHUIUHA U ITH-
JIEHANAMUHA ONTHYECKad IIJIOTHOCTh pPaCTBOPOB
KOMILJIEKCA 3HAUUTENHHO BO3PACTAET W ONTHUMATh-
Hoe 3Hadenme pH xKommiexrcoobpasoBanms cMera-
ercs B Kucayio obmacte: pH = 2 — 3. Makcumymsbl
CBETOIIOTJIOIIEHUA PA3HOJUTAHIHBIX KOMILTIEKCOB
Habmonaorea npu A = 564 um (CuR,-Ox), 568 um
(CuRy-I®I'), 576 am (CuRy-9m).
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Ilns BeIbOpa ycaoBHE KOMILIEKCOOOPA30BAHUSA
M3y4eHO BIUSIHUE KOHIIEHTPAI[UN PEearupyolux Be-
II[ECTB, TEMIIEPATYPLI U BPEMEHHW Ha o6pasoBaHue
OMHAPHOIO M PA3HOJIUTIAHIHBIX KOMILIEKCOB. Bbixos
rommuiexca Cu (II) — R makcumaneH mpu KOHIIEH-
tparuu R 8 - 105 Momb/1, BBIXOJ KOMILIEKCOB
CuR,-0Ox, CuRy-I®I" u CuRy-91 — mnpu KoHIEH-
tpanuu R 4 - 107° monn/n, Ox — 6 - 107 Mo/,
O®I' u 9] — 5,6 - 10° mons/n. Kommekcasie co-
eIuHeHUus 00pasyloTCa Cpasy II0Cae CMEeIIHBAHUI
PacTBOPOB KOMITOHEHTOB M Pa3iWYalOTCs 10 YCTOMU-
YUBOCTH: B TO BpeMs KaK OIHOPOIHOJINIAHIHbBIA
KOMILIEKC YCTOMYHUB B TeueHUe 4 4 IIPU HarpeBaHUU
mo 50 °C, pasHoIUTaHAHBIE KOMILIEKChI YCTOWYUBHI
B Teuenue 4 1 mpu Harpesaunuu a0 80 °C.

CooTHollleHHE  Pearupymonux KOMIOHEHTOB
B KOMILJIEKCAX YCTAHOBJIEHO METOJAMU OTHOCHUTEIh-
Horo Bbrxoga Crapuka — Bapbaumens, casura paBHO-
BecUs M M30MOJAPHBIX cepuii (Tabim. 1). MonspHbie
K09(p(PUITHEHThI MOTJIOIIEHUA KOMILUIEKCOB BBIUKC-
JleHbl U3 KpUBBIX Hachbimenus [17]. OmnpemeneHsr
KOHIIEHTPAI[MOHHbIE TUAIIa30HbI ITOMIYNHEHUs 3aK0-
Hy Bepa (cm. Tabm. 1).

Bbraucienbl KOHCTAHTBI YCTOHYMBOCTH OIHO-
pomeo- u pasHoauraHgHbix KominiexcoB Cu (II)
[17]: 1lgK = 6,24 = 0,05 (Cu-R); 6,59 = 0,06 (CuR,-
Ox); 6,64 = 0,07 (CuR,[A®PI"); 6,98 = 0,04 (CuR,-
IIl). CpaBHeHUE 3TUX 3HAYEHHUI ITOKA3LIBAET, UTO
CuR,-9]l 6omee ycroiums, 4yem IpPyTHE HCCIEIye-
MbIe KoMILieKchl, moaromy peakmud Cu (IT) ¢ R u 31
Haubosiee u3bupaTeabHa.

Hsyueno BiausHWe IOCTOPOHHHX HOHOB M MAac-
KHPYIOIUX BEIEeCTB Ha (POTOMETPUUECKOe OIpee-
nenwne menu (II) B Bume omHOPOIHO- ¥ PA3HOIUTAH/I-
HBIX KOMILIEKCOB (Tabi. 2).

W3 Tabm. 2 BHAHO, YTO OIPEIEIeHUI0 MEeIH
MPAKTHYECKH HE MEIIAIOT IIeJIOYHBIe, IeI0YHO3e-
menbHbIe 3nemenTsr, Co (II), Cr (III), Cd, Th (IV),
Zn, Pb (II), Bi (III), Al, Mn (II), e meraroT oKca-
marer, JJ]TA, ackopbuHOBas KHCIOTa, POSAHUIBI
ramorenuabl. VI3 cpaBHeHMs peareHTOB IJI OIpe-
menennsi memu (II), wmsBecTHBIX U3 JHUTEpPATYPHI
[18, 20, 21], u wmccaemOBaHHOrO B JAaHHOW pabore
BUIHO, YTO TPEJJIOKEHHbIE HAMU pPEareHThl Goiee
nsbuparenbubl. [lokazano, 4YTo B MPUCYTCTBUU [IH-

41
0,61
0,51
0,4

0,34

540 550 360 5% 58 A, Hm

Cuexrpbl cBeromoriomenus KomiuiekcoB memu (II): 1 —
CuRy; 2 — CuR,-0x; 3 — CuR,-IPT; 4 — CuR,-91

Absorption spectra of copper (II) complexes: I — CuR,; 2 —
CuR,-Ox; 3 — CuRy-DPG; 4 — CuR,-ED

(henmnryanuauaa, 8-THIAPOKCUXUHOIWHA, STHUJIEH-
quaMuHa W30MPATETHHOCTD PEaKINH 3HAYUTEIHHO
YBEJIMYUBAETCSA, YTO IIO3BOJMIO pas3paboTarh SKC-
MIPECCHBIA CII0COO OIpenesieHuA MeIu B TOPHOU
mopoze.

Onpedenenue medu 6 nupume. Jna amanusa
B34JH TPHU PasHBIX 00pasiia MHPHUTA, COAEPIKAIIETO
M3MEeHEeHHbBIN KBapIleBbIH TUOPUT.

B cmecu 8 vt HE, 3 M HCl u 1 mx HNO; pac-
TBOpsOT 2 T obpasna. Ilomyyennyro macry ob6paba-
teiBaoT 3 —4 M1 HNO; mpu 50 - 60° mo momHOM
orrouku HF. ITlomyueHHBIH 0CafioK pacTBOPAIOT B
BOjie, IepeHocAT B Komby obbemom 100 My u mo-
BOZAT 00bEM pacTBOpa A0 METKH JUCTHIIIHPOBAH-
Hot Bomou. [lmsa ompenmenenus memu (II) ammksor-
HYI0 YaCTh IOJYyYEHHOTO pacTBOpa IIOMEIAI0T B
Kon0y Ha 25 mu, gobasmawor 2 miu 1+ 103 M pacrso-
paR,1mux1- 103 M pacrsopa 9] u noBoAAT 06BEM
1o metku Oydepubim pacrsopom (pH 3). Omruue-
CKyI0 IUIOTHOCTb PACTBOPOB W3MEPAT IpU A =
=540 HM ¢ WHCIOTB30BAHUEM (POTOKOIOPUMETPA
K®K-2 orHOoCHTENBHO pacTBOpa KOHTPOIHHOTO
ombiTa. PesymbraThl aHannsa MPOBEPSId ATOMHO-
abcopbImoHHbIM MeTomoM (Tab. 3).

3axarogeHue

Takum 06pasoM, HA OCHOBAHWH HCCIEIOBAHUI
rKomiuekcoobpasosanus menau (II) ¢ cumTesupoBan-

Ta6auma 1. OcHoBHbBIE XapaKTEPUCTUKU (POTOMETPHIEcKoro onpenenenus meau (11)

Table 1. The main characteristics of the photometric determination of copper (II)

Opranuveckuii pearesuT AMnax> BM M:R PHoqy €max * 10 Hii%:?g;)(gqﬁéjﬁﬁﬂ
drunnuano (2-MeTuakapboKcuIaT 521 1:2 1 0,031773 5-50
denmnazoarerar) [18]

R 553 1:2 5 0,730 2,0 -24,0
R-Ox 564 1:2:1 3 0,940 2,0 -24,0
R-I®T 568 1:2:1 3 0,970 2,0-24,0
R-9]] 576 1:2:1 2 1,22 0,25 -5,12
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HBIM peareHTOM — 4-(2,4-6mc((2-aMUHOITHII)UMHU-

HOIIEHTAH-3-WJI) IUA3eHUI)0eH30AHOU KHCJIOTOM —

B npucyrcreuu Ox, IPI" u I npennoxena qyscr-

BUTEJIbHAdA, I/I36I/IpaTeJIbHaH U 9KCIIpeCcCHasd MeToau-

Ka oromerpuueckoro onpenenenus Cu (II).

Meronuka ampobupoBaHa IIPH OIIPEIEeIeHIH
venu (II) B mupure, ee MpPaBUIBHOCTD IIOATBEPIKIE-
Ha CpaBHEHHEM C Pe3yJIbTaTaMH aTOMHO-abCcopOIiu-
OHHOTO aHanu3a. Pa3paboTaHHbIA C€II0co0 MOKEeT
OBITH KCIIOJB30BAH [JIsI OMPEIEeNeHUs MHUKDPOKOJIH-
gectB Cu (II) B cmosxHBIX 00BEKTAX.

Ta6auma 2. Monbubie coornomenus kommiekcoB Cu (II) ¢ pasauyubIME peareHTaMu W IMOCTOPOHHUX MOHOB (MACKHPYIOIHUX

BeIIeCTB)

Table 2. Molar ratios of Cu (IT) complexes with different reagents and foreign ions (masking substances)

gﬁ;xﬁs:;pgf?oﬁi BeIIeCTBO R R-Ox R-or R-9]1 aggéilﬁ;;a;;;gc[%]

Na * * * * 1:1796

K * * * * 1:3046

Ca * * * * 1:312

Ba * * * * 1:642

Cd * * * * 1:875

Zn 1:845 1:1555 1:1600 1:1580 1:508

Mn (II) 1:1250 1:1800 1:1800 1:1850 1:43

Ni (IT) 1:60 1:145 1:140 1:160 1:461

Co (ID) 1:200 1:360 1:370 1:385 1:276

Pb (II) 1:820 1:1340 1:1340 1:1565 —

Cr (III) 1:1100 1:1950 1:1950 1:2000 —

Al 1:1600 1:2030 1:2055 1:2100 1:126

Sm (III) 1:1400 1:1820 1:1890 1:1920 1:700

Fe (III) 1:6 1:12 1:13 1:16 1:9

Ga 1:170 1:280 1:275 1:300 —

In 1:240 1:400 1:440 1:480 —

Bi (III) 1:150 1:255 1:265 1:280 1:163

Sn (IV) 1:80 1:210 1:205 1:220 —

Th (IV) 1:230 1:375 1:390 1:420 —

Mo (VD) 1:870 1:1530 1:1535 1:1545 1:450

W (VD 1:800 1:1420 1:1480 1:1540 —

C,03 1:170 1:240 1:265 1:280 1:21

STA 1:10 1:20 1:20 1:20 —

TuomoueBuHa 1:340 1:500 1:500 1:500 —

JluMoHHaA KucIoTa 1:850 1:1000 1:1000 1:1100 —

Na,HPO, - 12H,0 * * * * —

AckopbuHoBasa KucaoTa * * * * —

CynbdocanuiumoBas KUCIOTa * * * * —

Bunnas kucmora * * * * —

F- 1:70 1:95 1:95 1:95 1:58

* He mermarooT orpeaeaeHuio.

Ta6auma 3. Pesynbrarer onpenenenus menu (%) B mupure (n = 5; P = 0,95)

Table 3. The results of copper determination (%) in pyrite (n = 5; P = 0.95)

Howmep o6pazua Doromerpusn S, ATOMHO-26COPOIHOHHAA CIIEKTPOMETPHA S,

1 0,59 = 0,014 0,012 0,599 = 0,005 0,004
2 0,92 + 0,012 0,010 0,927 = 0,004 0,003
3 4,12 * 0,12 0,104 4,18 = 0,005 0,004
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BJIMAHUE SKCIIOHUPOBAHHUU TECT-ILIACTHH
HA IIOT'PEIITHOCTH OIIPEJIEJIEHNS KOPPO3SHOHHOI'O
BO3JIEMCTBHUS OXJIASKTAIOIIEN KUJKOCTH

© Muxauna Jleommmosumu I'aaxkun

MoCKOBCKHII TOCyIapCTBEHHBIN TeXHUYeCKHuil yuupepcurer mMmenu H. 9. Baymana, Poccus, 105005, Mocksa, 2-1 Bayman-
cKas yi., 1. 5, crp. 1; e-mail: gml@hladonositeli.ru

Cmamus nocmynuaa 9 anpeas 2019 2. Ilocmynuaa nocae dopabomru 20 aszycma 2019 e.
IIpunama x nybauxayuu 23 agzycma 2019 2.

IIpencraBiensbr pesyabTarbl CEPUMHBIX CPABHUTENBHBIX HCCIEIOBAHUNA KOPPO3HOHHOTO BO3-
JIENCTBUS OXNIaKIAOINX KUAKocred Ha ocuHoBe srtwieH- (OiK-40) m mpommieHrIUKONS
(XHT-HB-40). ¥cranoBneHo, 4To AaHHBIE, IIOIyIE€HHBIE IOCIE SKCIIOHUPOBAHNUA TECTOBBIX ILIa-
CTHH B OHOY IIAPTHH UCIIBITYEMOTO aHTH(PH3a HEIPEPHIBHO B TeueHue 336 4 IIpu TeMepaType
88 + 2°C commacHO IPUHATHIM METOAMKAM, CYIIECTBEHHO OTIMYarTcsa. JleficTByromue craH-
JIApTHI HE PErJIaMEeHTHPYIOT KOJHNYECTBO UCIIOIH30BAHUH (IKCIIOHHPOBAHUN) KOHTPOIBHBIX 00-
Pas3I0B OCHOBHBIX TPYIII YEPHBIX U IBETHHIX METAIJIOB, & TOJbKO OTPAHUYMBAIOT UX TOJIIIIHHY,
KOTOpas W3-3a KOPPO3WHU U PEIVIAMEHTHBIX YHUCTOK yMeHbinaercs. [Ipuvenenue B antudpusax
BBICOK03(h(DEKTHBHBIX HHIMOUTOPOB KOPPO3UH [TO3BOJIAET COXPAHUTD IUIACTUHBI B [IPEJIeIax J[0-
IIyCTUMOH TOJIIIIHHEI B Te€YeHHe IpuMePHO 10 UCIBITAHMI, OXHAKO OTHOCHUTEIBHAS IIOTPEIIHOCTh
Pe3yJIbTaTOB OILEHKH KOPPO3UOHHOTO BO3MEUCTBHUS MEK/Y MapalIeIbHBIMU CEPUAMU IIPH STOM
CWJIBHO BO3pACTaeT. ¥Y’KecToueHre TpeOGOBAHUH K 9KCIUIyaTAIMOHHON 0301IaCHOCTH U IIEPUOLY
aMOPTHUBAINH TEILTIO0OMEHHOTO 000PYIOBAHUA, CHCTEM H IIPOM3BOACTBEHHBIX KOMILIEKCOB, II0-
sIBJIEHVE U IIPUMEeHeHHe HOBBIX TeIUIO- U XJIaJ0HOCUTEIeH IeNaoT aKTyaIbHbIMY BhISBICHUE 1
yCTpaHeHHe CHCTEMHOH OIITHOKH B UCIIBITAHUAX, PE3YILTATHI KOTOPBIX UCIIOIB3YIOTCI paspaboT-
YUKAMH, MPOU3BOAUTENAMU U IOTPeOUTENAMU. KOPPO3HOHHBIE HCIBITAHUS OXJIAMKIAOIIINX
skuprocreit OK-40 u XHT-HB-40 nokasanu, YT0 Ha IOTPEIIHOCTD MOIyYAeMbIX JAHHBIX BIUIET
KOJIMYECTBO SKCIIOHUPOBAHHUE TeCT-IIacTuH. 1IpeaokeHbl peKOMEHIAINK 110 OTPAHUIEHUIO
YHUCIIa UCTIOIB30BAHUN TUIACTUH W, COOTBETCTBEHHO, UCKIIOUEHHIO OIIUOKY ¥ 00ECIEYeHHIO JI0-
IIyCTHUMOH IIOTPEIIHOCTH B OIPEEIEHNH [I0KA3aTelsi CKOPOCTH KOpPo3uu (KOPPO3HOHHOTO BO3-
nericrBus). Taxum 06pasoM MOKHO ITOBBICUTH TOYHOCTD PE3yJIBTATOB KOPPO3HOHHBIX N3MEPEHMI
B IIpOIIecce ITPOU3BOICTBA, MOHUTOPHHTA TIPH SKCIUIYATAI|H, a TakKe 3(peKTHBHOCTD oadopa
aHTU(PU3OB U AAUTUBOB K HUM.

KaroueBsblie cioBa: aHTH(PU3BL; STUIEHITIUKOID; IIPONUIEHITINKOIb;, KOPPO3HOHHOE BO3JeH-
CTBUE; IIOTPELIHOCTh; TECTOBbIE METAJUIMIECKHE [TIACTUHBL;, DKCIIOHHPOBAHUE.

THE IMPACT OF THE NUMBER OF EXPOSURES OF THE TEST-PLATES ON THE
ERROR OF DETERMINATION OF CORROSION EFFECT OF THE COOLING LIQUID
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The results of repeated serial comparative laboratory studies of the corrosive effects of different coolants
(OZh-40 and KhNT-NV-40) based on ethylene- and propylene glycol, respectively, are presented. A signifi-
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cant discrepancy is revealed between the obtained results according to accepted and approved procedures
for the test-plates continuously exposed for 336 h at a temperature of 88 + 2°C in the same batch of test
antifreeze. The current standards do not regulate the frequency of their using, i.e., the number of expo-
sures of the control samples of the main groups of ferrous and non-ferrous metals, but only limit their
thickness, which is naturally reduced due to corrosion and routine cleanings. The use of highly effective
corrosion inhibitors in antifreezes allows the plates to be kept within the permissible thickness for about
10 tests, however, the relative error of assessing the corrosion effect between parallel series significantly
increases. Strengthening of the requirements to the operational safety and depreciation period of heat ex-
change equipment, systems and production complexes, development and conversion of the new heating
agent and coolants entails the necessity of elimination of the system errors in the tests, the results of
which are used by design engineers, developers, manufacturers and consumers. Corrosion tests of the
coolants showed that the number of exposures of the test plates affected the accuracy of the obtained data.
Recommendations regarding limitation of the number of plate exposures and, accordingly, elimination of
the system errors and ensuring an acceptable error in determination of the corrosion rate (corrosion ef-
fect) are specified with the goal to increase the accuracy of the corrosion measurements upon production

and operation monitoring, as well as the efficiency of the selection of antifreeze and additives to them.

Keywords: antifreezes; ethylene glycol; propylene glycol; corrosion; error; test metal plates; exposure.

BBenenue

X/IaJloHOCUTENN — OXIAKIAMONIAE KUTKOCTH
(O¥K), mpoMe:xyTOYHbBIE XJIALOHOCUTEIN, aHTH(PHU-
3BI, TEILIOTEPEIAOIINe KUIKOCTH U . — HUCIIONb-
3yIOT B KauecTBe paboumx JKUIKOCTEH B CHCTEMAax
X0JI0ZI0CHAGKEHNS, TeIIIO0OMEHHBIX annaparax, pa-
GoTaroIuX TPHU HU3KUX W YMEPEHHBLIX TeMIIepary-
pax, Ha XUMUYECKUX, (DAPMAIIEBTHUYECKUX W THUIIe-
BBIX MPOM3BOJACTBAX, B J[ABUTATENISIX BHYTPEHHErO
cropaHud u ap. [1].

Baxnaa xapakrepucrura OiK — xopposuonnas
AKTHBHOCTH II0 OTHOIIEHHIO K KOHTAKTHUPYIOIUM
C Hell B IIpoIlecce SKCIIyaTaluu 000pyI0BaHUA Me-
TannaMm u ciuiaBaMm [2]. Ha HuxX MoryT moaBaaThCA
MIPU3HAKU KOPPO3HUH B BHJE OTHEIbHBIX TOYEK WU
MATEH TEeMHOTO WM CBETJIOTO OTTEHKOB — «SI3BbI»
W/WIH OTJIOMKEHUA MPOIYKTOB KOPPO3WH, I[BET KO-
TOPBIX OIPEIESAETCS IIBETOM OCHOBBI METAJIJIA, €ro
OKCHa WM TuApoKcuaa. Tak, Ha cramm — 3TO Ke-
JIe30COIePIKAIIle OKCHIbI CBETJIO- M TEMHO-CEPOTo
IIBETOB W/WJIM P/KABUMHA OT CBETJIO-KEJITOrO /0 Oy-
pOTO OTTEHKOB, HA METAaJjie C TaJbBAHOMOKPHITH-
eM — Oeiras pKABYKHA, HA MEIH U IUHKE — 3€JIeHO-
Baro-roybble u Genble IISATHA, HA ATIOMHHAHA —
TeMHO-cepad ILTeHKa [3].

IlokasaTequ KOpPpPO3MHM METAJIOB U CILIABOB
ompepensor coriaacao I'OCT 9.908, DIN 53160/2,
KopposuonHoe Bozzeiicreue (KB) antudpusor u Te-
mionocurenedl ma mMeramnsl — ASTM G31, ASTM
D4340 u D1384 (amamnor I'OCT 28084). Ha npakTu-
Ke KOPPO3HOHHOE COCTOSHKE 000PYHOBAHUA B IIPO-
Iecce SKCILIyaTAIlMH 3HAYUTENHHO OTANYAETCS OT
MPOTHO30B, CIAEJTAHHBIX HA OCHOBAHWH JabopaTop-
HbIX uchblTanui. OnHA W3 IPUYUH — HCIIOJIb3Y-
IOIUECsT CTAHJAPTHBIE METOAWKM He IIpeaHasHa-
YEHBI JJIf UCIILITAHUH XJIaJOHOCUTEIeH U He YUUTHI-
BAIOT B JOCTATOYHOH Mepe 0COOEHHOCTH UX SKCILIya-
Taruu. B cBA3M ¢ BO3POCIIMMY COBPEMEHHBIMU Tpe-
00BaHMAMH K SKCIUIyaTAI[MOHHON 0e30I1acHOCTH MU
MIePUOIy aMOPTU3AIMK 00OPYIOBAHUSI W IIPOU3BOI-

CTBEHHBIX KOMILJIEKCOB [4], mprMeHeHWeM HOBBIX
MaTepuaIoB B TEILIOOOMEHHBIX CHUCTeMaxX (Hampu-
Mep, IPUII0EB C MEAHLIMHU WIH ITMHKOBBIMH ITOKPHI-
TusMu [5], 9 EeKTUBHBIX MHTHOUPYIOMIHX KOMIIO-
sunui B anTudpusax [6]) mosbicuaack HEOOXOMH-
MocTh TouHocTH onpenenenus KB O [7, 8].

IeticTByrome craHmapTbl HA KOPPO3HUOHHBIE
HCIIBITAHUSA PETJIAMEHTHPYIOT TOJIBKO TOJIIIUHY KOH-
TPOJBHBIX 00pPAa3IOB, KOTOpas B KOPPO3UOHHO-AK-
tuBHbIx OJK yMenbIiaercs B CHIy KOPPO3HHU H IIO-
CIEeAyIOINX YUCTOK. llpuMeHeHuwe B aHTH(ppHU3aAX
BBICOKO2(P(PEeKTUBHBIX HHTHOMTOPOB KOPPO3UHU IIO-
3BOJISIET COXPAHUTD TOJIIHUHY ILUIACTUHBI B OIYCTH-
MBIX TIpeJeiax B TedeHne mpuMepHo 10 ucusITanui,
OTHAKO KOJMYECTBO HCIIOJIb30BAHUI (DKCIIOHUPOBA-
HHH) TECTOBBIX 00pa3IoB (IJIACTUH METAJJIOB) HOP-
MaTHBaMH He orpaHwuuBaerca. Bmecte ¢ TeM mpu
HEOTHOKPATHOM HCIIOJIb30BAHUH TECT-00Pa3I[OB BhI-
ABJIEHBI OOJIBIIIE PACXOKIEHUA B 3HAYEHUAX CKOPO-
CTH KOPPO3WH METAJIJIOB, YTO BIUAET HA JOCTOBEP-
HOCTB PE3yIbTaTOB.

Ileapr paboTbl — wmCCIETOBAHWE 3aBHCHMOCTH
KB OJK ot xKommuecTBa 9KCIIOHUPOBAHUM TECTOBBIX
00pasIioB — IIACTUH METaJJIOB.

Marepuaabl, 000pyIOBaHHE,
METOTHUKA

Cospemenubie OK msroraBimBaiOT HAa OCHOBE
STUJIEH- W MPONUIEHIVINKONA, T[JIMIEPUHA U [Ip.
[9, 10]. AmTH(pusbl HA OCHOBE 3STHIEHTIHKOJIA
('OCT 28084) pacmpocTpaHeHbI OYEHBH IITHPOKO
M3-3a CBOEU MIEIIEBU3HBI U CHIPHEBOH JOCTYIIHOCTU
[11, 12]. B mocnegHee BpeMs HA MUIEBBIX U papMa-
[EBTUYECKUX ITPOU3BOJICTBAX, B CHCTEMAX KOHIIH-
[MOHHUPOBAHUA O(HUCOB, THUIEPMAPKETOB, O0O6IIe-
CTBEHHBIX 3[IaHUH U AP. 6OJIbIIEe IPUMEHSIIOT HH3KO-
TOKCHYHBIE AaHTU(PU3BI HA OCHOBE IPOIUIEH-
raukoss [13].

HccnemoBanu o6pasibl anTU(PHU30B HA OCHOBE
arunen- (mapka OMK-40) u nponmrerraukons (Map-
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ka XHT-HB-40) (ta6m. 1). CkopocTh KOPPO3UH OII-
penensanu 1Mo W3MEHEHWI0 MACChl ITOATOTOBJIEHHBIX
TECTOBBIX 00PA3II0B METAJIJIOB II0CIe HelpPepPbIBHOM
(336 1) BBIZIEP:KKN B ycTaHOBKe co cpenoit O mpu
remmeparype 88 = 2 °C u nepeMeIIuBaHUU BO3Y-
xoM (pacxox — 100 = 5 em®/mun) (I'OCT 28084).

YcraHOBKA [/ KOPPO3HUOHHBIX HCIIBITAHUN
(puc. 1) BEKIOYaja TEpPMOCTAT, COCYA 3 U3 TEPMO-
CTOUKOTO crekna (quamerp — 55 — 60 MM, 06beM —
300 - 500 cm®) ¢ mpumIEdOBAHHON KPBIIIKOH 5 ¢
OTBEPCTUAMHU JJIA TepMOMeTpa, OOPaTHOTO XOJIO-
muibHuKa 4 u asparopa I (CTERJITHHOM TPYOKH C
mrapukKoM u orBepcrueM auamerpom 0,5 — 1,0 mm Ha
MIOTPY:KaeMOM KOHIIE JJIs TIOJa4Yu BO3yXa BO BpeMsd
WCIILITAHUI).

HcnonpsoBanu ciepymoline MapKd MeTAJJIOB:
cranb 20 (I'OCT 1050), mexp M1 (I'OCT 859), mpu-
mo#t I10C-40-2 (I'OCT 21930), natyus JI63 (I'OCT
931, TOCT 2208), amomuanin AK9 (I'OCT 1583),
gyrya CU 18-36 (I'OCT 1412). W3 Hux usrorasiu-
BaIHM MpIMOyToibHBIe miaacTuubl (50,0 = 0,5) X
(25,0 = 0,5) mm TommuuoM 1,5 + 0,5 (Menb, mpu-
TI0H, JIaTyHb, cTanb) u 3,0 = 0,5 MM (4yryH, aaoMu-
HHI) ¢ OTBepcTUAMU (TruaMeTp — 5 — 6, paccTosHue

Ta6auna 1. XapakrepucTuku aHTH(PPU30B
Table 1. Characteristics of the antifreezes

Puc. 1. Ycranosxka s onpenenenns KB

Fig. 1. Installation for determining the corrosive effects

Anrudgpus

Ilokasarens

OJK-40 ('OCT 28084) XHT-HB-40 (TY 2422-011-11490846-07)
OcnoBa MoOHOSTHICHTITUKOIE MOHOIIPOIUIEHTIIUKOIE
Ilaker npucamox G12 I'ubpunnbria
Cpox skcmryaranuu cormacuo HJI, mer 5-17 15
Toxcrunocts LDy, r/Kr 23 35
Knacc onacuocru (mo I'OCT 12.1.7) 3 4

Buemnui Bug

IIpospaunaa oxHOpOZ-
Hasg OKpallleHHAasd JKUJ-
KOCThb 0e3 MexaHwude-
CKHUX ITpuMecel

IIpospaunas omHOpPOAHAS KHIKOCTH CO Cla-
ObIM XapaKTepHBIM 3amaxoM 6e3 MexXaHude-
ckux upumeceir. [lomyckaerca Hebombiias
JKEJITU3HA TIECOYHOTO I[BeTa (II0 MOAHOM IIKa-
me mo 40 ex.). Moxer ObITH OKpalmieHa Kpa-

cuTeneM
ILnorHocTs, r/cm3 1,065 - 1,085 1,100
Temneparypa nauana kpucramiusanuu, °C (He Bbiie) -40 -40
Temneparypa Hauasna neperouky, °C (He HuKe) 100 —
Temneparypa xunenus, °C (2e Hinke) — 110
Kopposuonnoe BoszeiictBre Ha MeTannsl, r/(M - cyT) (He 6omree):

Me[b, JaTyHb, CTAJIb, YyTYH, ATIOMUHUH 0,1 0,1

TPHUTIOH 0,2 0,2
O6bem nensl, e (He 6oree) 30 —
YcroiunBoCTh NIeHHI, ¢ (He 6osee) 3 3
Hab6yxauue pesun, % (ue 6oiee) 5 2
Bopopoausrii mokasarens (pH) 7,5-11,0 7,5-10,0
Il[enounocTs, M3 (He MeHee) 10 3
HMuuaamuaeckas BssrocTs, MIla - ¢ (mpu -35 °C) 48 110
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Puc. 2. Jlepsxarens o6pasioB MeTaIIoOB ¢ HAbOPOM TecT-
TIJIACTHH

Fig. 2. Metal sample holder with a set of test plates

ot Bepxuero Kpag — 10— 11 Mmm) Ha paBHOM pac-
CTOAHUHU OT OOKOBBIX CTOPOH JJIA TOJBEca U 3a-
KpeIIeHWsI BUHTOM. SaJHII[eHHBIE OT 3ayCEeHIIEB
¥ UUTA(OBAHHBIE HAKIAYHOM OyMarod IJIACTHHBI
mmepes; HUCHBITAHWEM IIPOMBIBAIN JTUCTHJLIHAPO-
BaHHOU BOJIOH, 00€3}KUPUBAIH CIIUPTOM WM AlleTO-
HOM, 3aTeM BBICYIIUBATU (M3MEHEHHE MacChl —
+0,0001 r) u xpaHWIN B BKCHUKATOPE MPH KOMHAT-
HOU TeMIiepaTrype.

Ilepen HauaIOM HCUBITAHUA ILIACTHHBI B OIpe-
IEeJIEHHOHW TIOCTIeNOBATEILHOCTA yCTAHABIMBAIU
Ha JIep:karenb 2 (puc. 2) — KpeneKHbIM BUHT (IJTH-
ma — 50,0 = 0,5, nuamerp — 4,5 - 5,0 Mmm) ¢ pesb-
6011 u rafikamu 3 Ha KOHIAX U C JBYMS JATYHHBIMHU
nozacraBkamu 1 (60,0 = 0,5) x (30,0 = 0,5) x (1,5 *
+ 0,5) mm. Ha gep:xarene omgma rpyrmia MeTajaoB
(Menp 5, mpumoi 6, 1aTyHb 7) C JIATyHHBIMH IIPO-
KIaKaMy MeKAy HHMH OTAendanach OT JApyrou
(cranp 8, yyryn 9, amiomuauil 10) cO CTATbHBIMHA
IIPOKJIAMKAMU U OT JIATYHHBIX IIOACTABOK IIPOKIIA-
KAMH TOJIIHUHONM 3 —5 MM, M3rOTOBJIEHHBIMH (KaK

BUHT W TafiKy) U3 U3OIAIHMOHHOTO MaTepuaga —
dropomnacra. CoOpaHHBIA KOMILIEKT, 3aBHHYEH-
HBIM TralikaMu, IIOMeIlaad B YHCTBIM CyXOU COCYH,
kyma mobasmsmm O (mpesbrmenwe yposua O
Hap mwractuHamu — 10 — 15 mm). Cocyn repMeTudHO
3aKpPBIBATN KPBIIIKOH, uepe3 Koropyio B O Beras-
JISLJTH XOJIOAUIBHUK, TEPMOMETD U a3parop. ¥ pOBeHb
OJK B cocynme moamep:KuBaIN IOCTOIHHBIM (BO Bpe-
MfA WCIOBITAHUA TPU HEOOXOIUMOCTH TO0ABIANH B
coCyq uepe3 00paTHBIN XOJIOAUIBHUK IHUCTUILIAPO-
BAHHYIO BOIY).

Cocyn ¢ nabopom obpasioB u O momeranu B
TEpPMOCTAT U BhIfep:kuBaIH. [[0 OKOHUAHHWHU SKCIIO-
HupoBauusa obpasusl BeiHuManu u3 O, uncrunu
MATKOM CTHUPAaIbHON PE3UHKON MU IIETKOH OT KOp-
PO3HMOHHBIX, COJEBBIX ¥ HAKUIHBIX OTJIOKEHUI,
MIPOMBIBAJIH, 00€3KUPUBAIIN U B3BEIITHBAJIH.

Cropocrb kopposuu V [r/(M? - ¢yT)] BhIYUCIAIHA
VIS KaykKaoro oOpasiia MeTajia ¢ yIeToM KOPPO3H-
OHHBIX IIOTEPH 0 PopMyJIe

24105 (m; —m,)
0 336-2-(la+1b+ab)’

rme m;, My — Macchl 00pasia MeTaljia 10 U IIocie
ucneiranus, T; 2(la + Ib + ab) — miomans obpas-
114, pacCYUTaHHAs 110 CyMMe ILJIOIAel ero CTOPOH C
IJIMHOH [, IIMPHUHOM @ W TOMIUHOH b, MM?; 108 —
KOB(P(UIMEHT TMepecyeTa IUIOMIAAN ITOBEPXHOCTH
obpasiia B KBagpaTHble MeTpPbl; 336 — BpeMs DKCITO-
HUpOBaHusa obpasna, 4; 24 — KosdduimenT mepe-
cdyeTa BpeMEHHU B CyTKH.

3a pesyJabTaT WUCIBITAHUA MPUHUMAIN CPeIHe-
apuMeTnIecKoe TpexX MNapaliebHbIX OIIpeee-
HUH, B KOTOPBIX OTHOCHUTEIHHOE JIOIyCTUMOE Pacxo-
JKIEHWe MeXay Hamboliee OTIWYAIONIAMUCA 3HAYe-
HuUAMH He npeBbImano 50 % ux cpeHero 3HaYEeHUA
(I'OCT 9.905). 3ameruM, 4TO OTHOCHUTEIHHASI CyM-
MapHas MOTPENIHOCTh Pe3yIbTaTOB UCIBITAHUHN IPH
JIoBEpUTENbHOU BepoATHocTH 0,95 M0 TPHHATHIM
CcTaHIApPTAM COCTABJIAET: MIJII MEIU, TATyHU, aJTIOMHU-
HUA, YyTyHA, cranu — *+28, nua npunoda — =50 %.

Ta6auma 2. CxopocTs Kopposuu Metauindeckux miactul B oguoi maprtun OWK-40 (aucnurens) u XHT-HB-40 (sHamenarens),

r/(m2 - cyT)
Table 2. Corrosion rate of the metal plates in the same batch of OZh-40 (numerator) and KhNT-NV-40 (denominator),
g/(m? - day)
KomuuecrBo skcroHupoBanmin

Mapxa merania

1 2 3 4 5 6
IIpumoit II0OC-40-2  0,0448/0,0408  0,0794/0,0621  0,1240/0,1205 0,0932/0,1835  0,3021/0,2910  0,2673/0,4622
Mens M1 0,0661/0,0401  0,0655/0,0318 0,0716/0,0226  0,0607/0,0376  0,0998/0,0845 0,1512/0,1236
Jlaryus JI63 0,0704/0,0383  0,0643/0,0117  0,1149/0,0261  0,0749/0,0550  0,1054/0,0649  0,1212/0,0854
Crans 20 0,0562/0,0655  0,0414/0,0488  0,0434/0,0409  0,0594/0,0333  0,0727/0,0747  0,1109/0,1180
Yyryu CU 18-36 0,0477/0,0819  0,0765/0,0711  0,0792/0,0806  0,0843/0,1157  0,0947/0,1259  0,1526/0,1489
Amomuanit AK9 0,0618/0,0380  0,0299/0,0649  0,0650/0,0556  0,1319/0,0848  0,1502/0,0892  0,1736/0,1205
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IlorpeursaocTs pe3ynbTaToB m3MepeHHA V pac-
CUMTBHIBAJIU TOCJIE SKCIIOHMPOBAHUS B OTHOM TAPTUH
aHTH(pU3a IIACTUH, KOTOPBIE TEPe]] IPOBEeIeHUEM
[IePBOT0 UCHBITAHWS HyMepoBanu. Ilocie sKcrmoHu-
POBaHUS U B3BEIIUBAHUA TECT-IIACTHHBI MAPKUPO-
BaJIM PUCKAMU II0 YHUCIy SKCIIOHMPOBAHWHUI U TIepe-
JaBajy [Jid HOBTOPHBIX ompenenennii KB Toit ke
maptuu OK.

OG6cy:xneHue pes3yabTAaTOB

CpenneapudMernueckre pe3yabTaThl HUCCIENO0-
pauuit KB OJK Ha 06pasiipl MeTasaoB B 3aBUCUMO-
CTH OT KOJIUYECTBA UX SKCIIOHUPOBAHWI IPUBEIEHBI
B Tabi. 2 u Ha puc. 3.

Bugwo, uro KB OiK-40 Ha yeTBepTOM HCIIOIB30-
BaHWM ATOMHUHHUEBBIX 00pAa3IlOB MPEBBICHIA yCTa-
HOBJIEHHBIH MakcumyM (cm. Tadu. 1), XHT-HB-40 —
Ha IIIeCTOM, XOTS WCIIBITHIBAIIN Te JKe MapTHH AHTH-
dpusa. [lag 06pasiioB cTaiu U MEIU CKOPOCTH KOP-
PO3HUU MPEBBICHIA MAKCUMAIBHO OIYCTUMYIO BEJIHU-
yuHy Ha 1ectoM 3kcnonupoBanun (O¥-40 u
XHT-HB-40). Ins uyryHa oHa mOpubnusuiach K
makcumymy Ha narom (OiK-40) u gerBepToM
(XHT-HB-40) ucnbrranusax, oad JaTyHH — Ha IId-
Tom (OK-40). CKOpOCTH KOPPO3WUU IIPHUIIOS IIOCTE
YeTBEPTOTO SKCIOHUpOoBaHUA B ucciaeayembix O
pociia ocobeHHOo ObICTPO (CM. puc. 3).

C yBenuueHHeM 4YHCIa HKCIIOHHPOBAHUH 00pas-
II0OB CKOPOCTBb UX Kopposuu B Toi ke O moBwrma-
ercsa (cM. puc. 3), YTO CBSI3AHO C POCTOM IIOTPEIITHO-
CTH BCJIEICTBYE CHCTEMHOM OITUOKU MPHU BBIMOJIHE-
HuM ucnbiraHuil. CKavY0K CKOPOCTH, OIpe/eIeHHbIH
o 'OCT 28084, o0yciioBjieH TAKUMH SBIEHUSIMH,
KaK HaKOIUIEHHe [AUCIOKAIUi KpUCTAJINIEeCKON
PellIeTKH B TeUeHHE KAKI0T0 S9KCIIOHUPOBAHUA, POCT
(bayKTyamii MHEKPOTBEPAOCTH HA MOBEPXHOCTH Me-
Tanna, W3MEeHEHWe DJIeKTPUYECKOTO CJI0sS MU, Kak
cleficTBHE, TOBEPXHOCTHOTO HaTd:xenus. llepexon
KATHOHOB TPYIITBI METAJJIOB B PACTBOP TEILTIOHOCH-
Teld U WX B3aWMOJEHCTBHE MPU SKCIIOHUPOBAHUK
BBI3BIBAIOT POCT CKOPOCTH Pa3PyIIEHUT KOHTPOIb-
HBIX 00pA3Il0B U IOTEPI0 MX Macchl (0COOEHHO TeX,
KOTOpPBIE y:Ke HEOMHOKPATHO KCIOJIb30BAIUCH IIPU
WCIBITAHUAX) U3-3a yBeIuUeHus nedeKToB (Iucio-
KaIlui, 110p, TPeIluH, apanud u ap.) [14] u, coot-
sercteenno, KB OJK.

Cropocru kopposuu wmetajioB B OiK-40 u
XHT-HB-40 mpeBbIIIagu AOMYCTUMYI CyMMAapPHYIO
MTOTPEIITHOCTD JJIs1 00pasIloB U3 AMIOMUHUS U UyTyHA
IIpU DKCIIOHUPOBaHUM Oosiee 4 pas, A TPHUIIOI,
Menu, JaTyHU U cTanu — Ooyee 5. ¥YmIOBIeTBOPH-
TEJIBHYI CXOIUMOCTh 3HAUYEHHUH KOPPO3HUOHHOHN akK-
THUBHOCTH TOIYYHUIH JJIS CIEAYIONero KOJIHYeCTBa
SKCIIOHMPOBAHUM: aJIOMUHUH, IPUIION, YyTYH — He
6ostee 3; 1aTyHb — He 0oJsiee 4; MeIb, CTaab — He 00-
mee 5. [l mpumnosa 9ucio 9KCIOHUPOBAHUH CIIEyeT
OTPaHUYUTh [BYMS BCIIEICTBHE €ro 00jiee BBICOKOM

V, /(M2 - cyT)

0,45 /
0,4

0,25 /

V, t/(m2 - cyT)

1 2 3 4 5 6
Konuuecrso skcroHupoBannit

Puc. 3. 3aBuCUMOCTH CKOPOCTH KOPPO3UH TECT-ILIACTHH Me-
tannoB B Oi-40 (¢) u XHT-HB-40 (6) oT komaecTBa 9KCIIO-
HHUPOBaHUH: I — Menb; 2 — IPUIoi; 3 — JaTyHb; 4 — CcTalb;
5 — uyryH; 6 — amOMUHUN

Fig. 3. The dependence of the corrosion rate of the
studied metal test-plates in OZh-40 (a) and KhNT-NV-40 (b)
in the number of exposures: 1 — cooper; 2 — solder; 3 —
brass; 4 — steel; 5 — cast iron; 6 — aluminum

CKOPOCTH KOPPO3HH, KOTOPAs IIOCTIEe YeTBEPTOTO HC-
MIOJIb30BAHUSA PACTET DYKCIOHEHITHAIBHO M OBICTPO
MIPEBBINIAET JAOIYCTUMYIO TIOTPEIITHOCTb.

3axJaroueHue

IIpoBenenuble HCCAENOBAHUSA BIHUAHUA KOJIH-
YecTBA JKCIOHHPOBAHUN KOHTPOIBHBIX METAJIJIH-
YeCKHUX IUIACTUH Ha MOTPEITHOCTh ompenenenus KB
OJK mokazanu, 4TO CKOPOCTb KOPPO3HUH, OTIPEIeIeH-
Hasa BecoBbIM MetonoM (I'OCT 28084) B omHOU u
toit ke O pm omMHAKOBBIX peKUMax I OMHUX U
TexX e 00pasIOB MeTaIa, CYIEeCTBEHHO pacrerT.
ITOT pocT 00yCIOBIEH TAKUMHU SBJIEHUIMHU, KaK Ha-
KOILIEHHE B Te€YEHHE Ka/KI0T0 SKCIIOHHPOBAHUS JIYC-
JIOKAIIMi KPHUCTA/UIMIECKOH PEeIeTKH, POCT (IyK-
Tyarui MUKPOTBEPAOCTH HA MOBEPXHOCTH METAJLIA,
W3MEHeHUe dJIEKTPUIECKOTO CJIOSA U, KaK CJIeICTBHE,
ITOBEPXHOCTHOTO HAT/KEHUS.
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s momyduenus cxogumbix pesyabratos KB OiK
He CJe[yeT HCII0Jh30BaTh TECT-ILUIACTHHBI IPHU J0C-
TH;KEHUH W/WIN PEBBINIEHUN MPEIeIbHO JI0IyCTH-
MO# CKOPOCTH KOppo3uu: aid mpumnos — 0,2, npyrux
meramwioB — 0,1 r/(m2 - cyT). JlomycTrMoe KoIrudecT-
BO DKCIIOHUPOBAHUM COCTABIAET: IJId HPHUIIOT — He
Oosee 2; amoMuHUA U YyryHa — 3, JaTyHU — 4,
Menu U CTaIu — .

Orpannyenue KOIMIecTBa HCIOIb30BAHUH TECT-
wIacTuH npu wucciepnoBannu KB amtudpusos mo-
3BOJIIET WCKJIIOYUTH OIIHMOKY B OIPENeNeHUU CKO-
POCTH KOPpPO3WHM ¥ IOBBICUTH OCTOBEPHOCTH pe-
3yJIbTATOB KOPPO3UOHHBIX WCIBITAHUIH B IIPOIfECCe
MIPOM3BO/ICTBA, MOHUTOPWHTA PHU SKCIUIyaTAI[UH U
rmogoopa 3dpPEeKTUBHBIX aHTU(PPHU3OB U AAIUTUBOB
K HUM.
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YCTAHOBEMU J/I1 PEHTTEHOBCROI'O KOHTPOJISA (OB30P)
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IIpencrapien 0630p KOHCTPYKTHBHBIX 9JIEMEHTOB (OT/IEIHHBIX KOMIIOHEHTOB, IIEYATHBIX IJIAT U
JIP.) PEHTT€HOBCKUX CHUCTEM JIJI1 KOHTPOJIA U3/IEIHH SJIeKTPOHHOM TeXHUKH. 1IprBeneHpr 0CHOB-
HbIE IPUHIIAITHI TIOCTPOEHUS HOOOHBIX CHCTEM M THUIIOBOM COCTAB 000PY/I0BAHUS I obecrede-
HUS MUHUMAJIHHO He00X0quMol (yHKIHoHATRHOCTH. Cpenu OCHOBHBIX TEXHUYECKUAX XapaKTe-
PHCTHK BbIIeJeHa pasperamnias Cuoco0HOCTb, 3aBUCIINAS OT PA3MEepOB IIHMKCEIs, TOJIIUHBI
CIT0S CIMHTIJIIATOPA ETEKTOPA PEHTTEHOBCKOTO M3JIyJeHus U pasMepoB 3d(peKTHBHOro oKycC-
HOTO IISITHA PEHTTeHOBCKOM TPyOku. IIpoBeleH cpaBHUTETHHBIN aHAIN3 MPEHUMYIECTB U He-
JIOCTATKOB pa3b0pHBIX (OTKPHITOTO TUIIA) U OTIASHHBIX (3aKPBITOTO THIA) PEHTTEHOBCKUX TPY-
60K — OJ{HOTO M3 OCHOBHBIX Y3JIOB IOJI00HBIX crcTeM. IIpe/icTaBieHbl CTPYKTypHAS cxeMa pas-
OGOpHOHN PEHTTeHOBCKOM TPYOKH, XapaKTePHUCTHKHM OTEUECTBEHHBIX U 3apyOeKHBIX paspaboToK.
OTMeueHbI OCHOBHBIE HEJIOCTATKU CHCTEM Ha OCHOBE Pas3bopHBIX TPYOOK: 60JbIMe rabapuThl 1
Macca, OTHOCUTENbHAS CJIOMKHOCTb KOHCTPYKIIMY, HAJIMYNE BaKyyM-IUIOTHBIX Pa300pHBIX COeIU-
HEHUH, He00XOJUMOCTh OTKAYHOM CHCTEMBI C BBICOKAM BAKyyMOM U BBICOKOBOJIBTHOM TPEHHUPOB-
KM y370B TpyOKH mocjie ux 3amMeHbl. lIpuBeneHbl KOHCTPYKIIMK OTHATHHON MUKPOQOKYCHOM
perTrenoBckoi Tpy6ku BC 1 McTOUHUKA M3TydeHNs Ha ee 0CHOBe (apaMeTphl OTAeIbHBIX KOH-
CTPYKTHBHBIX DJIEMEHTOB: JUAMETP U JJIUHA METAIUIOCTEKITHHOro 6amuiona — 75 u 315, nqua-
MeTp U JJIuHA MeIHOM anomHou Tpyosr — 10 u 100 mm). BonbgpamoBas mMuriieHs HaneceHa Ha
GEPIIIIUEBYIO IIOIOKKY (BBIXOIHOE OKHO PEHTI€HOBCKOH TpyOKu) Tosiuuoi 0,2 MM, MUHUMA-
JIbHOE (DOKYCHOE PAaCCTOSHUE IIPHU PEHTTeHOBCKoU cheMke — 0,5 mm. [Ipu cpaBHeHwn xapaxTe-
pucTHE pas3sOGOpHON PEHTTEHOBCKOH TPYOKH C IIOCTOSHHON OTKAYKOW M PEHTTEHOBCKOH TPYOKH,
OTIASHHON OT BaKyyMHOTO IIOCTa, CIeJIaH BBIBOJ] 00 YCIIEIITHOCTH HCIIOIB30BAHUSA IIOCIEIHEH B
COBPEMEHHBIX CHCTEMAX PEHTTEHOBCKOTO KOHTPOJIA.

KiroueBble cioBa: PeHTTEHOBCKUE CHCTEMbI; PEHTIEHOBCKAs TPYOKA C MMOCTOSTHHOM OTKAYKOM;
OTIAasgHHAA PEHTTEHOBCKAA TPYOKa; Hepa3pyIIAOIUH KOHTPOIb, HHCIIEKITH.

DESIGN OF X-RAY UNITS FOR INSPECTION APPLICATIONS (REVIEW)
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A review of the structural elements (individual components, printed circuit boards, etc.) of X-ray systems
intended for inspection of electronic products is presented. The basic principles of constructing such sys-
tems and typical composition of the equipment capable of providing the minimum necessary functionality
are considered. Among the main technical characteristics an emphasis is made on the resolution power,
which depends on the pixel size and thickness of the scintillator layer of the X-ray detector, as well as on
the size of the effective focal spot of the X-ray tube. Comparative analysis of the advantages and shortcom-
ings of clastic (open type) and sealed (closed type) X-ray tubes — one of the main nodes of such systems-is
carried out. A structural diagram of a clastic X-ray tube is presented along with and the characteristics of
domestic and foreign developments. The main disadvantages of the systems based on clastic tubes are con-
sidered. Large dimensions, large weight, relative complexity of the construction, presence of the vac-
uum-tight collapsible connections, the necessity of using a pumping system providing high vacuum, the
necessity of high-voltage training of the tube assemblies after their replacement, and high cost are noted
separately. The design of sealed off BS microfocus X-ray tube and radiation sources on their base which
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can be used in the development of domestic X-ray systems are briefly described. The diameter and length
of the metal-glass cylinder tube are 75 and 315 mm, and the diameter and length of the copper anode tube
10 and 100 mm, respectively. A tungsten target is deposited on a beryllium substrate (X-ray tube exit win-
dow) with a thickness of 0.2 mm. The minimum focal length during x-ray photography is 0.5 mm. A com-
parative analysis of the characteristics of a clastic (collapsible) X-ray tube with continuous pumping and
an X-ray tube sealed from an exhaust cart revealed the possibility of successful use of sealed tubes in mod-
ern X-ray systems used for inspection applications.

Keywords: X-ray systems; open X-ray tube; closed X-ray tube; non-destructive testing; inspection.

BBenenune

B orimuwme ot mpo6ieMbl BHIGOpA TEXHOIOTHYE-
CKMX YCTAHOBOK JIJIS PEHTTEHOBCKOTO KOHTPOJIS BO-
MPOCHI MX KOHCTPYWUPOBAHUSA MPAKTUYECKH HEe 06Cy-
JKTAIOTCI B TEXHUYECKOU JIUTEpAType.

B Hacrositiiee Bpems B COCTaB TAKUX YCTPOKCTB B
obI1reM ciaydae BXOAAT MCTOYHMEK M3IydeHus (Ha oc-
HOBe paz00PHON PEHTTeHOBCKOH TPYOKU C ITOCTOSH-
HOM OTKAa4YKOM) M IM(PPOBOM NMPUEMHUE HU3006pake-
HUs (HA OCHOBE IUIOCKOIIAHEIBHOTO JeTEKTOPA PEHT-
TeHOBCKOTO M3JIy4eHUs), KOTOPbIe PACIIOIATAIOTCS B
CIIEIIHAIFHOM KaMepe, 00eCIednBaloIell ITOJHYIO
3aIUTY OT HEUCIIOIB3YEMOTO PEHTTEHOBCKOTO HU3JIy-
YeHHUs1 B XO/€ PEHTTeHOrpauYecKuX HCCIeN0Ba-
uuii. CoBpeMeHHbIe YCTAHOBKH C BOZMOMKHOCTBIO TO-
Morpaduu M03BOIAIOT IIOIyIaTh TPEXMEPHbIE PEHT-
reHOBCKHe u3o0pazkenus 00bekToB KoHTPoaA (OK) ¢
paspeleHneM B eUHULBI MHKDOH.

CoBepIleHCTBOBAHNE TIEKTPOHHOM KOMIIOHEHT-
HOI 6331,1 B 49aCTHU IIOBBIIIEHUA CTEIIEHHW HHTEerpa-
MY ¥ YMEHBIIEHUSI PA3MePOB MHUKPOCXEM, a TaKKe
naccuBHbIX RLC-KOMIIOHEHTOB NpHBENO K CO31a-
HUI0O HOBBIX TEXHOJOTHH WX MOHTa:Ka (Hampumep,
Mukpo-BGA ma meuarupix miarax) [1-3]. Haa
obecrieyeHrs KOHTPOJISI TEXHOIOTHIECKUX OTIepaIfiii
[IPH W3TOTOBJIEHUU SIIEKTPOHHBIX KOMIIOHEHTOB M
KauecTBa MOHTAKA MEYATHBIX ILIAT HEITOCPEICTBEH-
HO B YCJIIOBHSX IIPOH3BOJICTBA ObLIH paspaboTaHbl
ClienuaJIu3upoOBaHHbIe PEHTTeHOBCKHUE YCTaHOBKHU
(4, 5].

IIpu KoHTpONIE MMEYATHBIX IUIAT PEHTTEHOBCKOE
n300pakenne 0ObIYHO II0JIyYaI0T ABYMSA CIIOCOOAMU:
KOHTAKTHBIM U IPOeKIHoHHbIM [6]. laa cobmrome-
HUS COOTBETCTBYIOIIUX PEHTTEHOONTUYIECKUX (reo-
METPHUYECKUX) YCIOBHUM PEHTTEHOBCKOM CHEMKH Ka-
Mepa cHab:KaeTcsi aBTOMATH3UPOBAHHBIMH MeXa-
HHU3MaMH, IIO3BOJIAKININMU IIepeMelaTb PEHTIeHOB-
CKYI0 TPYOKy, J€TEeKTOp PEHTTE€HOBCKOTO M3JIy4eHUs
U KOHTPOJHPYEMBIH OOBEKT OTHOCHUTENIBHO ApPYT
Ipyra 1o 3aJaHHOM TPAEKTOPHUU U B HEOOXOMUMBIX
npemenax. Bamuyio posb mpu obecriedeHun 3asiB-
JIeMBIX (PYHKI[HOHAIBHBIX BO3MOKHOCTEH YCTAHOB-
KM BBIMIOJHSET CIIEIUATU3UPOBAHHOE IPOrPAMMHOE
obecrieuenre s KOMIIBIOTEPHON OOPaOOTKH IIOJIY-
yaeMbIx udobpaxenuit [7 — 9].

ITenb paboThl — 0630p METOAUK U TEXHHYECKUX
CPeICTB IIOJIyUeH sl PeHTTeHOBCKuX n3oopaskenuii OK.

Paspemalomaa CIIOCOOHOCTH

OmHa U3 OCHOBHBIX XapaKTEPUCTHUK PEHTTEHOB-
CKOM yCTaHOBKM — IIPOCTPAHCTBEHHAS Pa3pernaro-
mas Croco6HOCTh, KOTOPAsA IPHU MPOYUX PABHBIX yC-
JIOBHAX 3aBHCHUT OT Pa3MepOB MHKCENIS MPUEeMHHUKA
PEHTTEHOBCKOTO H3JIYyYeHUs U (POKYCHOTO IISITHA
peHTreHoBckoi Tpyboru. Pasmep nukcens ompemess-
eTcs MCKIIOYUTEIbHO TEeXHOJIOTHEeH IIpOU3BOACTBA
MPUEMHUKA U HE 3aBUCUT OT (PHU3UKO-TEXHUIECKUX
YCIIOBHI IPOBEIEHUS pPeHTreHorpaduu (Hampske-
HHUA U TOKA PEHTTEHOBCKOU TPYOKH, POKyCHOro pac-
CTOSIHMS, IIOJIS OOJIydeHus W 1p.), pasMep (POKyCHO-
ro mATHA — JAAMETPOM IIyYIKA SJIEKTPOHOB HA ee
MHUIIEHH ¥ B 00IIeM ciIydae — HaNpsKeHHeM Ha
Heil. Benuwuwna wmampsikeHus Ha PEHTTEHOBCKOM
TpyOKe, B CBOIO O4Yepe/ib, YCTAHABIMBAETCA HCXO[S
M3 IJIOTHOCTHY U TOJIIHUHBI 00bEKTa PEHTTeHOrpadu-
YECKOTO KOHTPOJIA.

Kak usBectHO, qiunHa mpobera JIeKTpOHA B Ma-
Tepuajie MUIIIEHU PEHTTEHOBCKON TPYOKM CBsi3aHa C
ero sueprueit E [10], xoropas ompepensercs gop-
MYJIOH

E =el, (1)

rme e — 3apan snexkTpona; U — HampsikeHue Ha
PEHTTeHOBCKO#M TpyOKe.

Tpaexropun S5JIEKTPOHOB NPU TOPMOMKEHUU B
MHUIIIEHH MOJEIUPYIOT C IIOMOINbI0 Meroma MoH-
te-Kapno (omua u3 Hamboiee pacmpoCTpaHEHHBIX
nporpammubix makeroB — Casino Monte Carlo
[11]). Ha puc. 1 nmpencraBieHbl pe3ynrbTaThl pacde-
Ta TPAEeKTOPUH YCKOPEHHBIX 3JIEKTPOHOB IIPU TOP-
MOKEHUU B BOIbPAMOBON MUIIIEHH.

IIpunaTO cuMTaTH, YTO PEHTTEHOBCKOE H3IIyde-
HUe TeHepUpyeTcs B HEKOTOPOM aKTHBHOM CJIOe MU-
mienu [12], TommmHEA KOTOPOTO OHpeNendeTcs JIN-
HOM mmpobera (IramasoHoM paccernBaHus) [ yCKOpPeH-
HBIX 3JIEKTPOHOB B MaTepuasie muiieHu. Ha pruc. 2
MpHBeleHa 3aBUCUMOCTD JMANa30Ha PaCcCenBaHU [
YCKOPEHHBIX 2JIEKTPOHOB B BOIb(PAMOBOM MUIIEHU
OT HATIPSIKEHUS HA PEHTTEeHOBCKOU TPYOKe M, COOT-
BeTCTBEHHO, 3(peKTUBHOrO muamerpa (POKYCHOTO
OATHA facbdo [13].

Bupgwo, uTo nake mpu quaMerpe mydKa HIeKTPO-
HOB, CTPEMSAINEMCS K HyJ10, POKyCHOe IATHO Oyaer
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Iloeepxuocte
MHIIEHH

Puc. 1. Tpaexkropun yCKOPEHHBIX 3JIEKTPOHOB IPU TOPMO-
MEeHUH B BOMb(pamMoBoil mumieHu: f,44 — 3bderTuBHbIH
nuaMeTp (POKyCHOTO IATHA; d — AUAMETP IIyYKa HIeKTPOHOB

Fig. 1. Trajectories of accelerated electrons upon their re-
tardation in a tungsten target: f,; — effective diameter of
the focal spot; d — diameter of the electron beam

HUMEeTb KOHEYHbIe pasMepbl U TeM 6OJIBI_HI/Ie, qyeM
Gosbllle HATIPSIKEHNE HAa PEHTTEHOBCKOHN TPyOKe.

B ycranoBkax [y peHTTeHOBCKOTO KOHTPOJI,
KaK IIPaBUJIO, UCIOIb3YIOT PEHTTEHOBCKYE TPYOKHU C
npocrpensHOM MuteHsio [10]. B atom cayuae B me-
JIAX «HCIIOJIB30BAHUA» BCEX YCKOPEHHBIX HIIEKTPO-
HOB JIJIS TTOJIyYeHUS MAKCHUMATbHON HHTEHCHBHOCTH
TeHEePUPYEMOT0 PEHTTEHOBCKOTO M3IyYeHHU TOJIIIIH-
Hy MUIIIEHU ¢ BBIOMPAIOT C YyYETOM [JIWHBI IIpobera
9JIEKTPOHOB IIPHU MaKCUMAIBHOM pabouyeM HaIpsKe-
aun U,

t 21Uy (2)

CoOTBETCTBEHHO, YMEHBIIIEHWE TOJIIHHBI IIPO-
CTPEJIbHOU MHUIIEHU (IJI YMEHBIIEHUA pPasMepoB
(hoKycHOTO MATHA) TPUBOAUT K CYIIECTBEHHOMY IIa-
JeHUI0 WHTEHCUBHOCTU T'e€HEepHUpPyeMOro pPEeHTTeHOB-
CKOTO U3y4YeHUH.

MomHOCTh HA aHOOE
PEHTTEHOBCKOI TPYOKH

I pyro#i dakrop, ompeaendoniui pasmMmepb go-
KYCHOTO IIITHA, — OTPaHUYEHHEe MOIIHOCTH, ITOABO-
OIUMOM SJIEKTPOHHBIM IIYyYKOM K MUIIEHH aHOAa
peHTreHoBCKOH TpyOku. OTMeTrM, 4TO TOJBKO He-
3HAYUTEIbHAA YACTH TOJBOAUMOM MOII[HOCTH PACX0-
IyeTcsd Ha TeHepUPOBAaHWE PEHTTeHOBCKOTO H3JIyde-
HuA. Ha mpakTwke MOKHO CYHUTATh, YTO BCA OHA
HUeT Ha HarpeB aHomgHOro ysna [14]. IIpesswimienue
JOTIyCTUMOTO 3HAYEHHUA ITOBOAUMOMN MOIIIHOCTHA HA
eIUHHUILY ILIOLIAAY IIOBEPXHOCTH MHUIIEHH, 6oMbap-
IUPYEeMOH BJIEeKTPOHHBIM IIyYKOM, IPUBOIUT K pes3-
KOMY COKPAIIIEHUIO CPOKA ee CIIy:KOBI.

3aBHUCHUMOCTh BeJIMYMHBI MOIIHOCTH P or mma-
MeTpa TOIMEePEeYHOr0 CeYeHHUs MyYKa SIeKTPOHOB d
IUIS KOHCTPYKITUH AHOITHBIX y3JI0B MUKPO(QOKYCHBIX
PEHTTeHOBCKUX TPYOOK mpuBeneHa Ha puc. 3 [15].

100 —— =
E
e
1 —
10 =
g s =
E -
% / .
«2 . yars
- |
0.1

2 4 6 8 100 12 140 160 18 20
E, k5B

Puc. 2. 3aBucumocrs muamnaszona paccewBanus [ (I) ycko-
PEHHBIX 3JIEKTPOHOB B BOJILMPAMOBOH MuIieHu u sdppexTus-
HOTO fuaMeTpa (POKyCHOTO IATHA f,4q, (2) OT DHEPTHH BIEKT-
POHOB B PEHTTE€HOBCKO# TPyOKe

Fig. 2. Dependence of the range of electron scatteringlin a
tungsten target (1) and the effective diameter of the focal
spot f (2) on the electron energy in the X-ray tube

P, Bt
1000

100

1 10 100 d, mxoa

Puc. 3. 3aBucumocts BeIUYHHBI MOIIHOCTH F, OABOIMMOM
K IIPOCTPEIBbHOHN BONB(PAMOBOM MUIIIEHH, OT AHAMETPA Myd-
Ka DIIEKTPOHOB d

Fig. 3. Dependence of the power P supplied to the tungsten
through-target on the electron beam diameter d

[Ipubnuxennas yHuBepcaabHasd OIIEHKA yIeNb-
HOU TeNI0BOM Harpys3KHW Ha MUIIIeHb OCHOBBIBAETCH
Ha TOM, YTO aHOHBIH y3€JI, COEePKAIUH TOHKOILIE-
HOYHYI0O BOJB(PPAMOBYI0 MUIIEHBL IIPOCTPEIHLHOTO
THUIIA, HAHECEHHYI0 Ha OEpPUJIIHEBYIO IOAJIOKKY, B
YCIIOBHAX €CTECTBEHHOTO KOHBEKTHBHOTO TEILT006-
MeHa C OKpY:Kalolleld Cpelod BBIIEP:KUBAET YIEb-
HYIO TEIIOBYIO HArpy3Ky p BenuunHoi 1 Br/mrm?,

B 3aBucumoctu ot guamerpa ¢OKyCHOTO ISITHA
yAenbHasA TeIsIoBasd Harpyska Ha MHUIIEHb MeHdeT-
ca. Taxk, mpu yBenmuennu guamerpa c 0,4 mo 20 MEM
p ymenbmaercs ¢ 6,4 mo 0,1 Br/mxm?. OpuenTu-
POBOYHBIH CPOK CIY:KOBI MHUIIIEHU IIPX STOM COCTaB-
JfeT HEeCKOIbKO coT 4acoB. Kpurepuil Brixoma Mu-
IIIeHU U3 CTPOA — Bpo3ud (IOoAIIaBIeHHe, OTCIAN-
BaHWeE, pAaCTPEeCKWBAHHWE, PACHbLIEHWE W Ip.) II0-
BEPXHOCTY B TOYKe IIPHUJIOMKEHUSI TEIJIOBOM HArpys-
ku [16].

Takum ob6pasoMm, Takoi mapameTp, Kak pasMmep
doxycHoro nsaTHa, 6€3 IOMOIHUTEILHBIX YKA3AHUM



38 «3aBojckasn Jaboparopus. [[naraoctuka marepuaaos». 2019. Tom 85. Ne 10

1o

| — =

BN NN {l

Puc. 4. Pas6opuas MUKpPO(OKyCHAA PEHTIEeHOBCKAsA TPYOKA C BBIHECEHHBIM aHO[0M IIPOCTPEIBHOTO TUIIA (@) U ee KOHCTPYKITHUS
(6): 1 — BBICOKOBOJIBTHBIN H30JIATOP; 2 — KOPITyC TPyOKM; 3 — KATOHO-CETOUHBINH y3eir; 4 — V-00pasHbIil KATOI; 5 — OTKJIOHSIO-
1as 3JIeKTPOMATHUTHAS cUcTeMa; 6 — (POKyCcHpyoIas 9IeKTPOMATHUTHAS CUCTEMa; 7 — I[yYOK YCKOPEHHBIX 3JIEKTPOHOB; 8 —

y3ea MUIIIeHU; 9 — moToK PEHTTeHOBCKOI'O U3JIyYeHUA

Fig. 4. Microfocus clastic through-target X-ray tube with a remote anode (a) and design (b): I — high-voltage insulator; 2 —
tube body; 3 — cathode-grid node; 4 — V-shaped cathode; 5 — deflecting electromagnetic system; 6 — focusing electromag-
netic system; 7 — beam of accelerated electrons; 8 — target node; 9 — X-ray flux

Puc. 5. Pas6opuas peHTreHOBCKas TPyOKA C ITOCTOSHHOM OT-
KA4YKOU C 3JIEKTPOMATHHUTHON (DOKYyCHPYIOIIeH cucreMou (a),
KaTomHbIN y3en (6) u karox (8)

Fig. 5. Clastic X-ray tube under continuous pumping with
an electromagnetic focusing system (a), cathode assembly
(b) and cathode (c)

Ha peXUM PaboThl PEeHTTEHOBCKOM TPYOKH, IPU KO-
TOPOM IIPOBOIUIUCH U3MEPEHUT, MOMKET OBITH HC-
II0JIb30BAH JJIA OIIEHKU (DYHKIIMOHAIHHBIX BO3MOXK-
HOCTeH YCTaHOBKH BechbMa YCJIOBHO. BaixHee ore-
HUTH YYBCTBHUTEIBHOCTH YCTPOMCTBA, AJIA Yero Heob-

XOJUMO 3HATh MHHHMAJLHBIE PasMephbl OTAEIbHON
IeTanu, O0HAPYKUBAEMOH HA H300PaKeHUM CIIeITH-
aIbHOTO TEeCT-00BbEKTa MPH OIPEIeIeHHOM COOTHO-
mrerun curaan — mmym ('OCT ISO 17636-2:2013).
Jl1s1 perieHus 9TOU 3aja4H UCIIOIb3YIOT Pa3IUnYHbIE
9Ta0HbI (IIPOBOJIOYHBIE, KAHABOYHEIE U JP.), U3TO-
TOBJIEHHBIE C COOTBETCTBYIOIIMM BHIOOPOM pasMepoB
nerainen (I'OCT 75. 12 — 82).

KoHcTpyKIina peHTreHOBCKOH TPYyOKH

Benyiiue npousBoguTe N BBIIYCKAIOT YCTAHOB-
KU B OOJIBIITUHCTBE CBOEM HCKIIOUUTENHHO HA OCHO-
Be MUKPO(OKYCHBIX PEHTTEHOBCKUX TPYOOK C IIOCTO-
SIHHOM OTKauKOH («OTKphITas» Tpyb6ra). Tumosas
KOHCTPYKITHA TaKOH TpPYyOKH IIpeacTaBjieHa Ha
puc. 4. Ee nocTOMHCTBO — BO3MOYKHOCTH HEOHO-
KpaTHOI 3aMeHbl KaToa W MHUIIeHH aHoxa [4]. Ito
MMO3BOJISIET JKCILUIyaTUPOBATh TPYOKYy HA TPEIeib-
HBIX HArpy3Kax — SMHUCCHOHHOM Ha KATOI U TEeILIO-
BOHM Ha MUIIEHb, OMHAKO 00yCIaBIUBAET P HEI0C-
TaTKOB II0 CPDABHEHHUIO C OTIIAdHHBIMU OT BaKyyMH-
pymoiieit (OTKauHOM) cHCTeMBbl TpyOKamu («3aKpbI-
Tasg» TpyOka): 1) 6osbIiiire rabapuThl, MAcca U CIOMK-
HOCTh KOHCTPYKIIWH, CBI3aHHbBIE C UCIIOIb30BAHUEM
MEeTaJLIOKePAMUYECKOTO Y374 W30JIATOPa, PACCYU-
TAHHOTO HA TOJHOE paboyee HANpSKEHHE TPYOKW;
2) BaKyyMHO-IUIOTHBIE MeXaHWYEeCKHe pas0opHbIe
COeIMHEHNsI MeTAJLIMYECKOro 6bammona; 3) crerua-
JU3UPOBAHHAS OTKa4yHasg cucrema; 4) HeoO0Xomu-
MOCTh BBICOKOBOJIbTHOM TPEHHUPOBKU TPYOKH IOCTE
3aMeHBI OTIEJNbHBIX Y3JI0B, YTO HAKIAIBIBAET J0-
MTOTHUTEIbHBIE TPEOOBAHUA HA TeHEPATOPHOE YCT-
POMCTBO MCTOYHUKA MUTAHUA TPYOKH, W MOCIELyI0-
el IOCTHPOBKHU ee 3JIEeKTPOHHO-OIITUIECKOH cHcTe-
MmbI (A0C).

Benuuwna pgasneHus B 0ajloOHe JJIEKTPOBAKY-
YMHOTO Ipubopa OIpeeseTcs THUIIOM HCIIOIb3ye-
MOTO SMHUTTEPA SIEKTPOHOB. J[JII pEHTTeHOBCKHUX
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Puc. 6. CrpykrypHas cxema OTKauHOU CHCTEMBI Pas3bopHOM
PEHTTeHOBCKOM TPYOKH

Fig. 6. Block diagram of the vacuum-pumping system of a
clastic X-ray tube

TpyOOK C MPAMOHAKAIBHBIM BOJb(PAMOBBIM KaToO-
ZIOM BEJIMYNHA JABJIE€HUSI B OTKAYHOU CHCTEME TTepes
OTHANKOH TPyOKH B 00IIeM ciydae COCTaBIISgeT
(1-2)-107 mm pr.cT.

PasbopHasi peHTreHOBCKas TPyOKA € IIOCTOSTH-
HOM OTKAYKOH IIOKa3aHa Ha pPHC. b, CTPYKTypHAad
cxeMa OTKaYHOUW CHCTeMbl — Ha puc. 6.

AHamornYHO peanusyeTcs TPAAUIIAOHHBIN I
BaKyyMHOU TeXHUKH [BYXCTYIIeHUYATHIH (II0CIem0Ba-
TEeIBHO ABYMS OTAEIbHBIMU HACOCAMHU) CIIOCOO OT-
Kauku. B cOBpeMeHHBIX yCTAHOBKAX B KAYECTBE BTO-
POl CTYIIeHM B OTKAYHBIX CHCTEMAX WCIIONB3YIOT
TypOOMOJIEKYIAPHBIA HACOC, CIIOCOOHBIM OTKAYAThH
obbeM TPyOKH 10 pabouero Bakyyma IIPH IIOMOIIH
«JIATPOBOTO» (DOPBAKYYMHOTO HACOCA 34 BpPEMA OT
HECKOJIBKHX JI0 TECITKOB MUHYT.

Opzako 06ojsee TPOCTHIMHM TI0 KOHCTPYKIIUH U
YAOOHBIMU B 9KCILUIyaTAI[UH OKa3aJINCh OTIATHHBIE
TPEX3JIEKTPOAHbIE METAIOCTEKIIHHBIE TPYOKH ce-
puu BC ¢ BbIHECEHHOH HA JIJIMHHOM IT0JIOM aHOJE W3
BaKyyMHOTO GAJIJIOHA TOHKOILJIEHOYHOM IMPOCTPENTh-
HOH MHIIIEHbIO [16].

B mocnemmee BpeMs CEpPHUHO BBIMYCKAETCA
peurrenosckaa Tpyoka BC-16 (I1I) (puc. 7). ITo cBo-
MM OCHOBHBIM IapaMeTpaM U XapaKTepPUCTHKAM OHA
npubIuKeHa K pasoopHbIM TPYyOKaM € IIOCTOSHHOM
OTKauKOH (MakcuMmaiabHOoe HampsukeHume — 150 kB,
MakcuMaabHbIi TOK — 100 MkA, nuamerp ¢OKyCHO-
ro msatHa, usMepeHubi meromom cerok (I'OCT
22091.9-86), npu nanps:kenuu 150 kB — 5 mrm)
[17].

JluameTp u IIMHA METAILIOCTEKISHHOTO OasIo-
Ha u mMenuoro a"ona BC-16 (III) cocrasasaror 75 u
315, 10 u 100 mm cooTBeTcTBeHHO. Bombpamosas

Puc. 7. Penrrenosckas tTpy6ra BC-16 (III)
Fig. 7. A BS-16 (III) X-ray tube

MHUIIIeHb HAHEeCEeHA HA OePULINEBYIO MOIJIO0KKY (BBI-
XOJHOE OKHO PEHTTEHOBCKON TPYOKH) TOIIIHHOMN
0,2 mMm. MurnmanbHoe (POKyCHOE pacCTofsHHE IMpU
IIPOBEIEHUN PEHTTEHOBCKOH CBHEMKH 0,5 Mm.
B xauecTBe MaTepuaia BHIXOIHOTO OKHA MOKHO HC-
MMOJIb30BATH MCKYCCTBEHHBIM aMas, JJIs 4er0 CKOH-
CTPYHPOBAH aHOJHBIN y3€J Ha OCHOBE IIJIACTHUHBI U3
HMCKyCCTBEHHOTO anmMasa rromanbio 10 X 10 u Tos-
muuoi 0,2 MM (puc. 8).

Ilnsa obecrieueHns 3alaHHBIX TUAMETPA U IOJIO-
JKEHUA SJIEKTPOHHOTO IIyYKAa HA MHUIIEHU TPYOKH
BC-16 (III) mpemycMoTpeHbI BHYTPEHHSIS 3JIEKTPO-
cratuyeckas (Ha ocHoBe TpexanerTpoguoi JOC) u
BHEIITHAST MAarHUTHASA (Ha OCHOBE ITOCTOSTHHOTO KOJTh-
1IeBOTO MarHuTa) PoKycupyIue cucreMbl. ['apan-
THPOBAHHBINA CPOK CIYKOBI TPYOKH B HOMHHAIHHOM
pesxume paboTs! cocrasigeT 300 4 (IpaKTUYECKH OH
MOKeT ObITh cyiecTBeHHO 6oibiie). OcHOBHAS TTpU-
YWHA BBIXO/Ia M3/ U3 CTPOos — OOpBIB (mmepero-
pamme) Karojaa BCIEACTBHE YTOHBIIEHUA U OXPYITIH-
BaHUsd HUTH HaKajla W3-3a UCIAPEHUs BOJb(pama c
ee TTOBEePXHOCTH.

MoHOG/I0K PEHTT€HOBCKOTO H3JIy9€HHUA

Ha ocuose Tpyoxu BC-16 (III) paspa6oran uc-
TOYHUK peHTreHoBckoro uanaydenus (UPU) mono-
6soumoro tmma PAII150M-0,15H.3 (pme. 9) [18],
B KOTOPOM peaan30BaHA CXeMa BBICOKOBOJIBTHOTO
OUTAHUS PEHTTEHOBCKOH TPYOKH C 3a3eMJIEHHBIM
aHOAOM. ¥ CKOpSAollee HATIPSIKEHNE OTPHUIATEIbHOMH
IIOJIAPHOCTY IIOfaeTCd HA KaTOXHO-CETOYHBIA y3ell
ot reHeparopHoro ycrpoiicrea UPU. B cocras rene-
PATOPHOTO YCTPOMCTBA, IOMHMO BBICOKOBOJIBTHOTO
HMCTOYHUKA YCKOPSIOUIET0 HAIPSIKEHNUA, BXOAAT HC-
TOYHHMKY [IUTAHW{A, HAaKajla KaToJa M yIpaBidiolie-
ro (cerounoro) Hamnpsxkenud. B UPU mpumenensr
COBpEMEHHBIE CXEMOTEXHUYECKUE DPEeIleHUA: Hero-
CPEICTBEHHOE BBINPAMIIEHHE CETEBOTO HAaIIpsKe-
HUf, YaCTOTHOe Npeobpa3oBaHUE BBIIPIMIEHHOTO
HATPSIKEHNA, YACTOTHO-UMITYIBCHBIH peXuM pabo-
ThI TIpeobpasoBarena (MOAYIANHS BBIIPAMICHHOTO
HAIPSIKEHNUA) 1 MHOTOKACKATHOEe YMHOKEHIE MOAY-
JIMPOBAHHOTO HATIPSIKEHUS.

B koHCTpYKIMH MOHOOJIOKA HCIIOIB3YyEeTCH KOM-
OMHHPOBAHHAA MACAAHO-TBEPAOTEIHHAS W30JIAIHA.
Bce smeMeHTBI 9IeKTPUIECKOH CXeMbI BICOKOBOJIBT-
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Puc. 8. AHonHBIN y3€/1 ¢ BBIXOJHBIM OKHOM M3 MCKYCCTBEH-
HOTO amMasa

Fig. 8. Anode node with an artificial diamond exit window

HOTO UCTOYHHUKA HATIPSIKEHUS 3QJIUTHI SIIOKCHTHBIM
KOMIIAYH/IOM, 3a30P MEKIy CTeHKaMH 6a/toHa TPyO-
KM ¥ BBICOKOBOJIBTHOTO THE3/la MOHOOJIOKa 3arol-
HeH TpaHcdopMaTopHbIM MacioM [18].

Yupasienue pexuMamMu paboThl PEHTTEHOBCKOM
TpyOKu (HATpSKEeHHWEM, TOKAMH HaKajla W aHoja,
BPEMEHEM DJKCIO3UI[UU, TMOJONKEeHueM (POKYCHOTO
OATHA HA MHUIIEHN) OCYIIECTBISIOT C MOMOIIBIO
MHKPOIIPOLIECCOPHOTO YCTPOMCTBA.

Momsocts, morpebnsemas PAII150M-0,15H.3,

B HOMHHAJIBHOM pPexHnMe paﬁOTBI HE IIPEBBIIIAET

200 Br. T'abaputst monob6mora — 110 X 220 X
X 360 mMm, macca — 8 Kr.
YcpenHeHHbIe 3HAYEHHUsA OT/AENBHBIX IIapa-

METpPOB, B&KHBIX [JIA CPABHEHUA KOHCTPYKIIHI
WPH ua ocHOBe pazboOpHOI ¢ MOCTOSHHOM OTKAYKOMH
¥ OTIASHHOM PEHTTEeHOBCKUX TPYOOK, MPHUBEIEHBI
B TadnuIie.

Bunso, 9To ocHOBHBIE TapaMeTphl 00EUX KOHCT-
pyxiuit UPY (manps:xeHnue, MOIITHOCTh HA MUIITEHU
aHo/la PEHTTEHOBCKON TPYyOKH, quameTp (POKYCHOTO
nsaTHa) 6iusku. Bmecre ¢ Tem mo rabapuram, macce

Puc. 9. Mouno6rox PAIT150M-0,15H.3
Fig. 9. An X-ray machine RAP150M-0.15N.3

¥ cyMMapHoi morpebisemoit mortaoctu UPY ua oc-
HOBE OTIATHHOU TPYOKU CYI[€CTBEHHO IIPEBOCXOMIAT
HWPH na ocHoBe pas3bopHON TPYOKM C IIOCTOSHHOM
OTKa4YKOMU.

OrMeTuM, 4TO 3aMeHAa OTHAIHHOM TPYOKH B MO-
Hob0xe UPW TexHOMOTMYECKH IIpollle M 3aHUMAaeT
MPUHITUIHATBHO MEHbIIIe BPEMEHH 110 CPABHEHMUIO C
3aMEeHOH Y3JI0B B Pa300pHOI TPyOKe, IIOCKOJIBKY B
9TOM CJIy4ae OTCYTCTBYET HEOOXOMMMOCTH B ITOCTE-
nywoomux foctupoBkax J0C, BBICOKOBOJIBTHOHN Tpe-
HUPOBKE M JPYTHUX OMEpPAaITUsix.

3axaroueHue

HcnonpzoBanme peHTTEHOBCKHX aNllapaToB Ha
OCHOBE OTIAAHHBIX TPYOOK TEXHUYECKH M DKOHOMH-
YeCKM ONpaBAaHO B CHCTEMAX MHKPOQOKYCHOMH
PEHTTEeHOBCKOM ToMOrpaduy, MEKPOCKOIINH, IIPOEK-
[IMOHHOU pPeHTTeHorpaduu U APYTUX 00JacTax He-
paspyLIaomero KOHTPOIA.

Mukpodoxkycuasn PEHTreHOBCKas Tpy6Ka
BC-16 (III) u peHTreHOBCKHI ammapaT Ha €e OCHO-

ITapamerpsr UPU Ha ocHOBe pa3bopHOi 1 OTIIASHHON PEHTTEHOBCKUX TPYOOK

X-ray source parameters for clastic (collapsible) and sealed X-ray tubes

ITapamerp

Pasz6opuas Tpyora

C IIOCTOSTHHOM OTKAYKOH

Ornasnaas Tpyora

MuHuManbHBIN CPOK CIyKOBI MUIIIEHH, KATO/IA I TPYOKHU B 1I€JIOM, U
Tabapurs! TpyOKH, MM
Macca Tpy6Ku, Kr

Tun BHemHeH GOKyCUPYIOIIEH CHCTEMBI

MoraocTb, moTpebiaseMast (POKyCHpyIOIIel cucTeMoi, Bt

Tabapurs! hoxycupyomei cucTeMbl, MM

Macca doxycupyoIeii cucreMbl, KT

T'abapuTbl OTKAYHOM CHCTEMBI, MM

Macca orkauHoii crcTeMbI, KT

MoraocTb, ToTpebiseMas OTKAYHOM crcTeMoii, Br

Twun BHICOKOBOIBTHOTO UCTOYHUKA TTATAHUS

MorizoCTb, TOTPE6ISEMAas BHICOKOBOIBTHBIM HCTOYHUKOM IUTAHUI, BT
T'abapuThbl BEICOKOBOJIBTHOTO UCTOYHHKA ITUTAHUS, MM

Macca BBICOKOBOIBTHOTO HCTOYHUKA IINTAaHUA, KT

300 (Bo3mosxHa 3aMeHa) 300
640 x 234 x 310 315 x 75 x 75
30 0,5
OIIeKTPOMATHUTHAS Ha ocuose mocrosn-
HOT'O MarLurTa
Ilo 500 0
167 x 215 x 215 40 x 50 x 50
5 0,1
300 x 300 x 320 0
15 0
400 0
Kab6enwbubrit Monob6mnounbrit
320 200
559 x 483 x 178 110 x 220 x 285
7,5 7,5
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Be COIIOCTABMMBI C IIPUOOPAMHE, WCIIOJIb3YIOIIUMU
pasbopuble TPYOKH € IOCTOSTHHOM OTKAYKON ITPaK-
THYECKH II0 BCEM OCHOBHBIM TEXHHYECKHM IIa-
pamMerpaM, a B OTAENbHBIX CIIy4adX IIPEeBOCXO-
naT ux. Hapaboranuas MpakTHKA SKCIUIyaTAUN
PAII150M-0,15H.3, B ToM umciie B cocTaBe MHUKPO-
(OKyCHOrO PEHTTeHOBCKOrO0 KOMIIBIOTEPHOTO TOMO-
rpapa MPKT-01 [19], mokasbIBaeT, 4TO OH IO CBO-
MM TEeXHUYECKMM JaHHBIM TaK:Ke He YCTyIlaer ca-
MBIM coBpeMeHHbIM KoHCTpyknuaMm MPU ma ocxose
Pas3b0pHBIX PEHTTeHOBCKUX TPYOOK C IIOCTOSHHOM
otkaukoi [20].

duHaHCHUpOBaHUE

Pa6ora BpimonHeHa Ipu (DUHAHCOBOM ITOMIEP:K-
ke PH® B pamkax mpoekra no Teme «Cosmanue mop-
TAaTUBHOH YCTAHOBKH IJIT MHUKPOQOKYCHOMH peHTre-
HOTpaduu B IIEIAX ONEPATHBHOTO KOHTPOJISI MUKPO-
CTPYKTYPHI, PUBUKO-XUMUIECKUX CBOHCTB U OIIpeIe-
JIEHUSI OCTATOYHOTO Pecypca aBUAIIHOHHBIX JeTaIekH
¥ y3JI0B W3 ITOJUMEPHBIX KOMIIO3UI[MOHHBIX MaTe-
puasoB» (mpoert Ne 15-19-00259).
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IIOJIEBBIX IIITATOB PEHTTEHOBCKNMHA METOJAMUA
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KommnexcHoe wucciejoBaHUe JTATONIOTO-IETPOIU3MIECKAX CBONCTB TOPHBIX IIOPOJ BKJIIOYAET
CIIeyIoIIye HApPaBIeHHs: [IeTPorpapuIeckoe, IeTpoPU3HIecKoe U aepHo-(prsndeckoe. Bor-
60p 1eTpodU3UIECKUX METOJIOB 3aBUCUT OT UX BO3MOKHOCTEH II0 OIIPEIENIEHHIO0 TeX UIH UHBIX
MHHEpPAJIOB ¥ HEMHUHEPAIbHBIX KoMIOHEHT. CxeMy mccienoBaHuil paspabarhIBAIOT € yIeTOM
oIvcaHus UTA(OB KepHa, KaYeCTBEHHOTO OIIPe/Ie/IEHIs COCTABA ITOPO/IbI, 8 TAKKE IIPUOIIIKEH-
HOTO IIOficUeTa IUIOIIafel, 3aHNMaeMbIXx MuHepaiaMu B uumude. [lpu ananuse cIoxHBIX KO-
JIEKTOPOB, KpOMEe CTaHJAPTHBIX OIEHOK IIOPHCTOCTH, IIPOHHIIAEMOCTH, BIATOYAEPIKHBAIONIEH
CIIOCOGHOCTH ¥ [Jp., HEOOXOMHUMBI [[OIIOJHUTENbHbIE CIEIHATbHbIE WCCIeNoBaHud. Tak, s
OIIpeJie/IeHHs KOJIMIECTBEHHOTO COJIEPiKaHusd MHHEPAIOB HCIIONb3YI0OT METO/bI PEHTI€HOCTPYK-
TYPHOTO aHAIM3a, HO BO3HHKAET IMpobiieMa WIeHTH(IUKAIIMA MUHEPAJIOB 10 CHATHIM Audpak-
TorpamMmMam. M3BecTHO, 4TO rOpHbIe MOpoasl Sananuor Cubupy BEIIOYAIOT IIABHBIM 00pasoM
KBapll, KAJIMHA-HATPUEBbIE U KAIbIUH-HATPUEBbIE I0JIeBbIe ATk, [loeBble mmaThl — BasK-
HeliIIiee ceMefCTBO OPOI006PA3YIOIINX MUHEPAJIOB, OHU COCTABIAIOT 110 60 % o0beMa 3eMHOMH
Kopbl (0 50 % ee macchbl). BOIBIIMHCTBO IONEBHIX IIIATOB BXOAAT B TPOUHYIO CHCTEMY
NaAlSi3;Og — KAISi3Og — CaAl,Si;Og. Bee kpucramnmieckre cTpyKTypbl IOJIEBbIX MIIATOB HMe-
10T B cBoel ocHoBe cxokuii Si— Al Terpasapuaeckuii kaprac [AlSisOgl, mostomy oHu npaxTde-
CKH He pasnuauMbl Ha aAudparrorpammax. [IpHacTaBieH cnocob KOIHMIecTBEHHOTO PEHTIEHOB-
CKOTr0 1 (pa30BOT0 AHAIN3A IS OIEHKH KOHIIEHTPAIINH KAIbI[UEBhIX U KAIHEBBIX II0JIEBbIX IIII1a-
ToB. IIpennoxen crocob pasneneHus IUKOB XapaKTePUCTIIECKOTO U3IIyIeHUs SJIeMEHTOB MIHe-
pasos. IIpuBe/ieHb! yCIOBHS U ONITHMAIBHBIE IAPAMETPHI PEHTTeH0(A30BOTO U PEHTTEHO(III00-
PECIIEHTHOTO aHAIN30B, C IIOMOIIIBI0 KOTOPBIX ONPEeIsaIn CyMMapHOe COIePIKaHIe MUHEPATIOB
¥ KOHIIEHTPAIUIO Kalblyd (C IpUMEHEHHEM PEHTTeHOBCKOM TPYOKH C TUTAHOBBIM aHOAOM H
CKAH/IUEBBIM (DHIBTPOM).

KaroueBsIe c/I0Ba: PEHTIEHOBCKII 3IEMEHTHBIN U (DA30BbIM aHAIU3bI; KAIbIUEBbIe U KaJre-
BBI€E IIOJIEBBIE IIIATHI; TUTAHOBBIM aHO; IIEPBUYHOE U3JIydeHHe; HEKOTEPEHTHOE U KOTEPEHTHOe
paccesinus; TU(QPPAKIIHOHHBIA MAKCUMYM (Dasbl; XapaKTePUCTHIECKOe U3IIyYeHNe; COMEP/KAHMS
MUHEPAJIOB.

STUDY OF POTASSIUM-SODIUM AND CALCIUM-SODIUM FIELD SPARS
USING X-RAY METHODS

© Petr M. Kosianov

Branch of Tumen Industrial University; ul. Lenina 2/P, str. 9, Nizhnevartovsk, Tumen’ obl., 628600, Russia;
e-mail: kospiter2012@yandex.ru
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A comprehensive study of the lithological and petrophysical properties of rocks includes the following
methods of research: petrographic, petrophysical, and methods of nuclear physics. The choice of
petrophysical methods depends on their ability to determine desired minerals and non-mineral compo-
nents. The research scheme is developed taking into account the description of core sections, a qualitative
determination of the composition of the rock, as well as an approximate calculation of the areas occupied
by the minerals in the thin rock section. In the analysis of complex reservoirs, in addition to standard esti-
mates of porosity, permeability, water-holding capacity, etc., additional special studies are needed, e.g.,
to determine the quantitative content of minerals, it is necessary to use the methods of x-ray structural
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analysis, however here we faces a known problem of identification of the minerals by the captured
diffractograms. It is known that the rocks of Western Siberia include mainly quartz, potassium-sodium
and calcium-sodium feldspars. Feldspars are the most important family of rock-forming minerals, they
make up to 60% of the volume of the earth’s crust (up to 50% of its mass). Most of the feldspars are in-
cluded in the ternary system NaAlSi;Og — KAISi;Og — CaAl,SiyOg. All crystal structures of the feldspars
are based on a similar Si — Al tetrahedral skeleton frame [AlSi;Og], and thus are almost indistinguishable
in the diffraction patterns. A method of quantitative x-ray and phase analysis is developed for selective de-
termination of the concentrations of calcium and potassium feldspars. A method for separating the peaks
of the characteristic radiation of mineral elements is proposed. The conditions and optimal parameters of
x-ray phase and x-ray fluorescence analysis are specified to determine the total mineral content and cal-
cium concentration (using an X-ray tube with a titanium anode and a scandium filter).

Keywords: x-ray elemental and phase analyses; calcium and potassium feldspar; titanium anode; pri-
mary radiation; incoherent and coherent scattering; phase diffraction maximum; characteristic radiation;

mineral content.

Beenenue

Paspaborka u npuMeHeHHEe HOBBIX BBICOKOD(-
(PEeKTHBHBIX PEHTTEHO(MU3UIECKNX METOHOB AHAJIH-
38 aKTyaJbHBI IIPU TEOJOTO-MUHEPATOTHUECKUX HC-
CJIE[IOBAHUAX [0 IIOMCKY MECTOPOIKIEHUN HedTH U
IPYTUX II0JIE3HBIX UCKOITAeMbIX.

Komriurexcuoe wucciiejoBaHue JHATOIOTO-IIETPO-
(pr3HUECKUX CBOMCTB TOPHBIX MOPOJ BKIOUAET Cle-
IyIoll[re HAMPABJIEHUA: MeTporpauuecKoe, meTpo-
(pusuueckoe u sgepHo-pusnyeckoe. Cxemy uccaeno-
BaHWU paspabaThIBAIOT C YYETOM OINUCAHUSA IILIH-
¢oB KepHA, KAYECTBEHHOTO OIPEIESeHUS COCTaBa
MTOPO/IBI, & TAKKe MPUOIMIKEHHOTO MO/[CYeTa ILIOIa-
Iei, 3aHUMAaeMbIX MUHeparamMu B nurude [1].

Meroji, HWHTErpPUPYIOIIUH pPEHTreHOQI0pec-
[IEHTHBIA M PEHTreHO(A30BbIA AHAIU3bI U IM03BO-
JIAIOMIWHA TIPOCTIEAUTh TUHAMHUKY (PasOBBIX IIpeBpa-
II[EHU, UCITOIB3YIOT IIPYU MOJETUPOBAHUH MIPOIlecca
MuHepanoobpaszoBanus [2 —4]. B coueranun c xu-
MHYECKUMHU METOIaMHU OH IIOBBIIIAET JOCTOBEPHOCTD
KPHUCTANIOXUMUYECKUX (POPMYJI MUHEPAIOB B CIIy-
yae HEBO3MOKHOCTH WX BBIJEJIEHUs W3 COCTaBa
TTOPOIBL.

HsBectHo, uro ropuble mopoasl Samaguoi Cu-
OUpY BKJIOYAIOT [IABHBIM 00pa3oM KBapIl, Kalb-
IIUH- ¥ KaIUH-HaTpUeBbIe MoJieBble MmnaThl [1, 5].

IloneBble mmarsr — BasKHeHIIEe CEMENCTBO I10-
POIo00pAasyIOINX MUHEPAIOB, OHH COCTABJISIOT [0
60 % obwmema semuoii Kopbl (0 50 % ee macchl).
BonbIMHCTBO MOMEBBIX MIMATOB BXOAAT B TPONHYIO
cucremy NaAlSi;Og — KAISizOg — CaAl,Si,Og, mpu-
yeM Cofep:KaHue aHOPTUTOBOrO (An) B IIEIOYHBIX
(K- Na) u oproxrmnasosoro (Or) B Ca — Na mmoneBbix
[IrmaTax KOMIIOHEHTOB, KAK MPaBUJIO, He MPEeBbIIa-
et 5 - 10 % mod.

Kpucramnnyeckne CTPyKTYPHI IOJIEBBIX IITTATOB
MMeIT B cBoei ocHoBe Si-— Al Terpasmpudeckuii
rapkac [AlSi;Ogl, mosTomy mo mukam Ha gudparTo-
rpaMMax MUHEpPaIbl PasinduTh HEBO3MOKHO. Kpu-
crammuueckas CcTpykrypa oprtokmasa K[AlSizOgl
rpuBeeHa Ha puc. 1.

Hcnonp3oBanue TONBKO PEHTTEHOCTPYKTYPHOTO
anammsa (P®3A) nma uccmeqoBaHusa MOJIEBBIX IIITTA-

TOB HEIOCTATOYHO, HEOOXOOWM JOIOJHUTEILHBINA
9JIEeMEeHTHBIA PEHTTeHO(IIOOPECIIEHTHRIM aHAaIN3
(P®A). Onnaro meronq PPA mHe mossomser pasme-
JISTh Xapakrepucrtudeckne muku siaemeHToB K u Ca
B JAHHBIX MUHEpaiax 6e3 MOMOIIU CIOKHBIX SHEp-
TOIVCIIEPCUOHHBIX aHAIH3aTOPOB, OCHAIEHHBIX
KpHCcTaI-aHamu3aTopamu [2 — 4].

Ilenp paboTbl — oIpeaeeHre OIMTHMATbLHBIX
yCJIOBI/IfI JJIs1 pasaeyieHusd U CeJIEKTHBHOI'O KOJIHU4Ye-
CTBEHHOTO aHAIN3a KaIHH- U KaJbIIUUA-HATPUEBBIX
IIOJIEBBIX IIITATOB.

OGopymoBanue, MaT€pPHAIbI, METOIbI

Hcnonp3oBann apToMaTUIeCKuil TUPPAKTOMETD
I POH-7, ocuamennsri Si(Li) qerekTopom ¢ Tepmo-
anexktpuyeckuM llenbrhe-oxnaxmenvem (sHepre-
THYecKoe paspemienue — He Bbine 300 3B, quamna-
3oH — 2-30 k3B, sdderruBHOCT — HE MeHee
98 %). Meudasa pHEpPruio MepBUYHOTO uanydeHud K
PEHTTEeHOBCKOM TPYyOKM BapbUPOBAHWEM YTJIa HEKO-
TepPeHTHOro paccesHus ®, 100MBaIKCh CEIEKTHBHO-
ro Bo3Oy:xmenus aromoB Ca (K-Kpail mOTJIOIEeHUS
(sHeprus cBsa3u 3meKTpoHa Ha K-06050uke aTroma)
mnst Ca — 4038, nma K — 3607 sB). dueprusa E,
nomkHA mpeBbImnars K-xpait mormomnenus ansa Ca
(t.e. Ey > 4038 5B). [larnubie 1o mepBUYHOMY U He-
KOTePEeHTHO PacCeTHHBIM Moj yriamu © usimydeHu-
M mpuBeneHb! Tad. 1 [6, 7].

OnrtuManbHOE HATIPSIKEHNE IS PEHTTEeHOBCKOMH
TpyOKM C THUTAHOBBIM aHOAOM cocraBiasger U =
= 30 kB. W36aBurscs ot poHA TOPMOBHOTO HU3ILyUe-
HHUA TPyOKM MOKHO IIPH IIOMOINM (puiabTpoB [4].
Tax, nis TpyOKH ¢ THTAHOBBIM AHOJOM HCIIOJIb30Ba-
JI¥ CKAHAWEBBIH (DUILTP B BUAE (POIBTH TOIITUHOMN
0,014 mm.

B tabn. 2 mpusenensr MaccoBbie KOaHUITHEH-
To1 Trorstomenud st K u Ca mpu pasiaudHbIX 9HEp-
THUAX IEePBUYHOTO U3IyYeHus [6].

Bugso, urto ana E, = 4,5 kaB maccoBbIit K03d-
(puUIIMEeHT TOTJIOMIEHUST IEPBUYHOTO HU3JIYUCHUS
KaJbplmeM Oojiee YeM Ha MOPSIOK MPEBBIIIAeT aHa-
JIOTUYHBIH TOKa3arenb aud Kanusa. CoOOTBeTCTBEHHO,
¥ WHTEHCUBHOCTH MTUKA XapPaKTePUCTUIECKOTO U3JLYy-
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Puc. 1. Kpucrammmieckas crpykrypa oproknasa K[AISi;Ogl

Fig. 1. Crystal structure of the orthoclase K[AlSi;Oq]

YEeHUudA K—CepI/II/I KaJIbIIUA 0omee yem Ha IIOPAOOK
IIPEBBICUT HWHTEHCHBHOCTH IIHKa K—CepI/II/I KaJIusd,
YTO U II03BOJIAET OIIPpEeAEeJIUTh COoOepiKaHHue TOJIBKO
KaJIbIIHfI-HanHEBOTO II0JIEeBOro mirarTa.

O6cy:xaenue pe3yabTaTOB

HudparkrorpaMMy  aHaIU3UpPyeMOH  POOBI
(urcpa moseBoro rmmara (puc. 2)) CHHUMAIH II0
CTaHIAPTHOU CXeMe.

Ompenensin TOYHOE IMOJIOKEHHE Hamboiee WH-
TEHCHUBHOTO AU(PPAKIHOHHOIO IHKA HCCIELyEeMOM

Puc. 2. lllaud xepua (x100)
Fig. 2. The core thin section (x100)

daser (O = 20,0, = 51,2°, rme 6 — yros CKOIbKEHUST
[5, 8]). JleTekTop ycTaHABIWBAIN HA JAHHBIA YTOJ
nudparmuonHoro maxkcumyma (puc. 3). OmHOBpe-
MEHHO PErMCTPHPOBAIN HHTEHCHBHOCTH H3IyUeHUT
usMepsaeMoi (pasbl, HEKOT€PEHTHO PACCEeIHHOIO II0
KomnToHy nepBUYHOr0 U3IydeHnus U XapaKTePUCTH-
YECKOTO M3JIy4eHUs OIpPefiesiieMoro djieMeHTa (3ie-
MEHTOB).

Kounenrpamnuo sieMeHTa B aHAJIU3HUPYEMOMH
pobe OIpeesIsaIn IT0 OTHOIIIEHUI0 WHTEHCUBHOCTEH
€ro XapaKTePUCTHIECKOTO ¥ HEKOTEPEHTHO PACCEesTH-
Horo (rmo KoMmIToHy) IepBHYHOIO M3JIydeHHH, KOH-
[EHTPALUI0 (hasbl IeMeHTa — I10 OTHOIIEHUI0 WH-
TeHCHBHOCTEH KorepeHTHO (1m0 Bparry) u Hekore-

Ta6auna 1. PesynbpraTsl pacyeToB MepBUYHOTO U HEKOTEPEHTHO PACCEIHHBIX U3JIyIEHIH PEHTTEHOBCKOM TPYOKH C TUTAHOBBIM

aHOJOM

Table 1. The results of calculating primary and incoherently scattered radiation of the x-rays tube with a titanium anode

Yroxn paccesuus 0, rpaj.

[Tapame

paverp 0 45 90 135
Jl1vHA BOJIHBI IEPBUYHOTO U3ILYyYEHHU Aj, M 2,75 - 10-10
OHeprus MepBUYHOrO usinydenus E, I 7,22 - 10716
OHeprus nepBUYHOTo uatydenus K, B 4513,636
JlivHa BOIHBI HEKOT€PEHTHO PACCETHHOTO MOf yriioM O ms- 2,76 - 10710 2,77 - 10-10 2,79 - 10-10
nydenus A(O), m
OHeprus HeKOTePEHTHO PACCeTHHOTO oA yriaoM © maimyde- 7,20 - 10-16 7,17 - 10-16 7,12 - 10-16
wua E(0), Ix
JHeprus HEKOTEPEHTHO PACCeTHHOTO 1o yriaoM © mamyde- 4501,985 4475,0 4448 925
nua E(0), sB
KoMmnToHOBCKOE CMellleHHe [THHBI BOJHBI HEKOTePEeHTHO 7,12 - 1013 2,43 - 1012 4,13 - 1012
paccesunoro oz yriiom ® usnyuenus A(®), m
CMelleHre sHEPTUH HEKOTEPEHTHO PACCESHHOTO IO YTJIOM 1,86 - 10-18 5,18 - 10-18 5,18 - 1018
O usnyuenus AE(®), Iix
CwMeliieHre sSHEPTUHA HEKOTEPEHTHO PACCeSHHOIO IO/ YTIOM 11,65162 38,63636 64,07527
O usnyuenus AE(O), 5B
VHTEeHCHBHOCTD IIEPBUYHOTO U3JIydeHus oy yriaom O I (0) 0,9545 0,5892 0,2796 0,07269
HHTeHCHBHOCTh HEKOTEPEHTHO PACCESHHOIO MO yriaoMm O 0,3653 0,6749 0,8818

uanyuenus I, (0)
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Puc. 3. Cxema 0fHOBpPEMEHHOTO MPOBEIEHUA peHTreHoda-
30BOTO U PEHTTeHO(II00PECIIEHTHOTO aHAIN30B: ] — peHTre-
HOBCKas TPyOKa; 2 — KOLIUMATOP U (PUIBTP; 3 — AHAIU3H-
pyemas mpob6a; 4 — roHUOMETP; 5 — SHEPTOAUCIIEPCUOHHBIN
IETEKTOPD

Fig. 3. Scheme for simultaneous X-ray phase and X-ray
fluorescence analysis: 1 — X-ray tube; 2 — collimator and
filter; 3 — analyzed sample; 4 — goniometer; 5 — energy-
dispersive detector

pertao (o KommToHy) paccesHHOTO ITepPBHYHOTO
usnydeHus [2 — 4].

IIpenmaraemsplii crrocob MO3BOJISIET OHOBPEMEH-
HO OIPEeeNATh COJAeP:KaHusA WHTEpPeCcymInei (asbl
U BXOIAIUX B Hee deMeHTOB. CeleKTUBHOE BbIze-
JIGHHE OIIPeesseMOro 3JIeMeHTa 1aeT BO3MOKHOCTD
Hapdaay C POCTOM OIIEPATUBHOCTH TOBBICUTH TOY-
HOCTBb aHAJIN3A.

Conepixanus IIArdOKIA30B U KaJIHUEBBIX I0JIe-
BBIX IIITATOB OIIPEAEJIAIN 110 UBMEPEHHBIM COoaepxa-
ausaM Ca ¥ pasHOCTH CyMMAapHOTO COAEPKAHUS I10-
JIEBBIX IIIATOB W ILIArHoKjJIa30B. [lomyummu cie-
IVIONTUH MUHEPAJIOTHYEeCKui coctaB, %: 63 xkBapii,
30 mnarmokmnas, 3 Kajuimmar, 2 6uoTur, 1 MycKo-
BUT (PYIHBIA MHUHEPA — CJIebI, allaTUT — CJIeJIbI,
UPKOH — CJIe[[bl, TYPMAaJIUH — CJIefbl, cheH — ciie-
IIBI).

3axkJIroueHue

B pesynbraTe mpoBemeHHBIX HCCIEIOBAHUH OII-
peleneHbl ONITUMAIbHBIE YCIAOBUA KOJTUIECTBEHHOTO
OIpefieNieHNd KaJlIWi- U KaJIbIUH-HATPUEBBIX IIOJIe-
BBIX IIMATOB [2-4] MeTomaMu OZHOBPEMEHHOTO
PEHTTEHOBCKOTO 3JIEMEHTHOTO U (DA30BOTO AaHATIM30B
(peHTTeHOBCKAsA TpyOKa C THTAHOBBIM aHOAOM, Ha-
npssxenvie aua tpyoku — U = 30 kB, cxkamamessrit
¢unbTp B Buge doabru Tommuuoi 0,014 MM — s
oTcedeHusT (DOHA TOPMO3HOTO HU3JLyYeHHUS).

IIpu cenexTuBHOU orenke comep:xanus Ca, Ko-
TOpas HCII0IH30BAIACH I BCEX NATBHEHIITUX OIpe-
NeJIeHUH, DHEPTUA NEPBUYHOTO U3IYYEHUSI COCTAB-
nana 4,5 kaB. Paspaboranubiii moaxos cyiiecTBeH-
HO IIOBBIIIAET OMIEPATHBHOCTD ¥ TOYHOCTh aHAIH3A.
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YHUPHUKAITUA METOIOB PACUETOB W UCIIBITAHU
HA ITPOYHOCTBD, PECYPC U TPEIIUHOCTOMKOCTH

© Huxomay Auapeesmd MaxyroB, Muxann MarBeeBuu I'amenun™

Hucruryr mamuuosenenns um. A. A. Braroupasosa Poccuiickoit akagemun Hayk. Poccus, 101990, Mocksa, Manbrit XapuToHb-
eBCKuii mep., 1. 4; *e-mail: safety@imash.ru
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IToxazano, 4T0 111 Bcex 0OBEKTOB MAITTHOCTPOUTENHHOTO KOMILTIEKCa PeIlleHre IIpo6iieM IIpoy-
HOCTH, PECypCa U TPELUHOCTONKOCTY B 3HAYUTEIHHOM CTEIIEHH CBOAUTCA K HAYYHO 0O0OCHOBAH-
HOMY OIIpefieJIeHHIO OIyCTUMbIX pacdeTHBIX IIapaMeTpoB pecypca U yAep:KaHUI0 YPoBHeH Ha-
npssKeHud U ged)opMaIi HECYIINX JIEMEHTOB PAcCMaTPHUBAEMBIX OOBEKTOB B JOILYCKAEMBIX
npenenax. JTo TpeboBaHNe PACIIPOCTPAHIETCA Ha OCHOBHBIE DKCILyaTallOHHbIE PacUeTHbIE I1a-
pamMeTphl — OITOBEYHOCT 10 YKCILY I[HKIOB ¥ BpEMeHH, pasmep /1eeKTOB, TEMIIepaTypy, CKO-
pocts nedopmupoBanusa. COOTBETCTBYIOIINE YKA3aHHBIM CIydadM YPaBHEHUA COCTOSHUA, TIO/-
KpeIUIeHHbIe HeOOXOJUMOHN PaCUYeTHO-IKCIEPUMEHTAIFHON HH(OPMAIIUEH, JAl0T BOSMOKHOCTh
OLIEHHUTH YCJIOBHUS JOCTUKEHUS IPEAEIbHBIX COCTOTHUM PAcCMaTPHBAEMbIX OOBEKTOB 110 BEJIH-
yuHaM 3anacoB. Ha 6ase onucasHOro moaxoa paccMaTpruBaIOT TPAIUIHOHHBIE METOIbI ITPOEK-
THUPOBAHWS, W3TOTOBIEHUS W SKCILIyaTaIluy 0060PpyI0BaHMsA, OCHOBAHHbIE HA JeTEPMUHHUPOBAH-
HBIX KPHUTEPUAX CTATUYECKOH, ITUTEIbHOU, ITUKINYECKOH, AMHAMHYECKOH, TeMIlepaTypHOH
TIPOYHOCTH, HA CTAHAAPTHBIX XapaKTepUCTHUKAX MEXaHWIECKUX CBOMCTB KOHCTPYKIIMOHHBIX Ma-
TePHUAIOB, aHAJIN3€ HOMHUHAJBHBIX U IIPEOE/IbHbIX HAIIPAKEHHBIX COCTOSTHHH HeCylumx KOH-
CTPYKIIMH 1 BBEJIEHUH 3aIIaCOB 10 HAIPSIKEHUAM, fepopmarusam u pecypey. [loguepruyra Heob-
XOIUMOCTh IIEPeX0/ia B pacuerax IIPOYHOCTH, PECypca U TPEL[HHOCTOHKOCTH K 000OIeHHOMY
aHanu3y KPUTEPUEB paspylieHud Ha 6a3e MHOrO()AKTOPHBIX PACIETHHIX U DKCIIEPUMEHTAIBHBIX
METO0B ompesneneHus 3anacoB. CoOracHO H3I0KEHHOMY, peleHue (QyHAaMeHTAIbHbIX 3a1a4
aHaIN3a ¥ 0becredeHns IIITATHON M HEIITATHOMN SKCIULyaTaIlil 00 BEKTOB TeXHOC(epHI 10 IIpe-
JlaraeMbIM II0oAXoaM 6asupyercs Ha WX HMPAMOM KOJIHMIECTBEHHOM CBA3H C Pe3yJbTaTaMy peliie-
HUA 3a/1a4 IOCTPOEHUS YPABHEHUH COCTOSTHUSA, PEIIeHU KPAeBbIX 3a1a4 ¥ (POPMYJIUPOBKY KpU-
TepueB IIpefie/IbHBIX COCTOSHUM C OIIeHKOH 3aI1acoB IIPOYHOCTH, pecypca U TPEeIIMHOCTOMKOCTH.
IIpu sToM Ha 6a3e XapaKTEPUCTHK MEXAHUMIECKUX CBOMCTB MAaTEPUAIIOB, BXOAIINX B OLIEHKH Ha-
NPSAKEHHO-1e(OPMUPOBAHHBIX U NIPEEIbHBIX COCTOAHHH, CTPOUTC KOMIIJIEKCHAS ¥ B3AUMOYBS-
3aHHAsA CHCTEMa KPHBBIX Ie)OpMUPOBAHNSA U KPUBBIX paspylleHus. B kauecTBe OCHOBHBIX aHa-
JIUBUPYIOTCA JIMHEHHBIE (YIPyTyue) U HelnHeHHbIe (YIPYTOIUIacTHIeCKHe) IIOAX0AbI AT IIOCTPO-
€HU PACYEeTHBIX KMHETHIECKUX 3aBUCHMOCTEH, XapaKTePU3YIONUX B 00IIIEM CIIydae IIPOLeCcChI
00pas3oBaHus ¥ PA3BUTH 30H ITOBPEKIECHUN U Pa3pyIIeHU, KOTOPbIe U 00yCIOBINBAIOT U3Me-
HeHUe 3aI1acoB.

KroueBnle cI0Ba: IPOYHOCTH; PECYPC; TPEIIMHOCTONKOCTD; MEXaHINIECKHe CBOMCTBA MaTepu-
aJ0B; 00BEKTHI TEXHOC(EPDI; YPABHEHU COCTOSHHUS; HAPSIKEHUS; IedhopMAaIiiy; 1eeKThl; pas-
pylIeHue.

UNIFICATION OF THE CALCULATION METHODS AND TESTS
FOR STRENGTH, LIFE TIME AND CRACK RESISTANCE
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It is showed that for all facilities of the machine-building engineering complex the solution of the problems
of strength, life time and crack resistance is confined to scientifically grounded determination of the ad-
missible design parameters of the life time and keeping the levels of stresses and deformations of the bear-
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ing elements of the objects in question within the permissible limits. This requirement is extended to the
basic operational design parameters — durability in cycling and time, size of the flaws, temperature, and
deformation rate. Then the equations of state corresponding to the indicated cases, supported by the
necessary computational and experimental information, provide a possibility to assess the conditions for
attaining the limiting states of the objects under consideration by the values of corresponding margins.
The developed approach is used in analysis of traditional methods of design, manufacture and the opera-
tion of the equipment which are based on determinate criteria of static, long-term, cyclic, dynamic, and
temperature strength, as well as on the standard characteristics of the mechanical properties of structural
materials, analysis of the rated and limiting stress states of bearing structures with allowance for the mar-
gin values of stresses, strains and life time. An emphasis is made on the necessity of going to the general-
ized analysis of the fracture criteria on the basis of multifactor computational and experimental methods
of margin determination when calculating strength, life time and crack resistance. According to the con-
sidered approach it is stated that the general formulation and solution of fundamental problems of analy-
sis and provision of nominal and abnormal operation of technogenic objects is based on their straight
quantitative connection with the problems of constructing equations of state, solving the boundary value
problems and formulating the criteria of limiting states along with assessment of the margins of strength,
life time and crack resistance. A complex and mutually consistent system of deformation and fracture
curves is constructed proceeding from the characteristics of the mechanical properties of materials inher-
ent to the estimates of the stress-strain and limiting states. Linear (elastic) and nonlinear (elasto-plastic)
approaches to construction of kinetic equations characterizing in general the processes of nucleation and
development of damage and fracture zones which are responsible for margin reduction are considered and
analyzed as most important ones.

Keywords: strength; life time; crack resistance; mechanical properties of materials; technogenic objects;

state equation; stress; strain; flaws; fracture.

Beenenue

Hna Bcex OOBEKTOB MAIIHHOCTPOHUTEIHHOTO
KOMILJIEKCA pellleHre MPo0JIieM IMPOYHOCTH, pecypca
¥ 6e30IMaCHOCTH SKCILTyaTaI[u! B UX pasBuTuu [1, 2]
B 3HAYUTEJHbHOM CTEIIeHH CBOIUTCA K HAy4HO 000C-
HOBAHHOMY OIIPEIEIeHHI0 JOIyCTUMBIX PACIETHBIX
ImapaMeTpoB pPecypca U yAep:KaHHUI0 YPOBHEH HAIPSI-
JKeHHH 0 U qedpopmanuii e [2 — 4] paccMaTpuBaeMbIxX
00BEKTOB B JIOILyCKAEMbIX IIpeIeax:

o<[ol, e<lel, (1)

rae BenmuduHbI [0] u [e] onpenensaioT Kak ux paspy-
[IAIOIe 3HAYEHUS O, U €,, YMEHbIIIEHHbIE Ha COOT-
BETCTBYIOIIHE 3AITACHI 71

[o] = o /n,, [el = en,. (2)
JTo TpeboBaHWE PACIPOCTPAHAETCH HA OCHOB-
HbIe HKCIUIyaTAllMOHHbIE PACYETHBIE TapaMeTpPhl —
IIOJITOBEYHOCTh 10 YHCIy HIHUKJI0B N U BpeMeHH T,
KoaurimenT naTEHCUBHOCTH K| ¢ y4eTOoM pasme-
pa tpemuH (medexros) [, Temmeparypy £, yCTOHdIHU-
BOCTB A:
N<[NI; v<[tl; [<[], ¢ <[] (mmm ¢ > [£]);
A<[Al; Ki<I[Kj, 3)

I7le IPU HUCIIOIB30BAHUHM COOTBETCTBYIOIIUX 3HAUe-
HUH 3aI1aCOB 10 KAKAOMY U3 3THX I1apaMeTPOB

[N] = NK/nN, [t] = -cx/n'p

[KI] = KIC/TLK, [A] = )XK/n),- 4)

B Beipamenusax (1) — (4) OCHOBHBIMU SBIAIOTCS
XapaKTePUCTHUKU MPOYHOCTH O, IUIACTUIHOCTH e, yC-
TOMYIUBOCTH A, pecypca N, T U TPEIIuHOCTOUKOCTH [
u K;. Ilpu pacuerax 1o 3TUM BBIPAKEHUAM PEUIAIOT
TPpU YHUPHUITUPOBAHHBIE 33AYH:

CTPOAT YpaBHEHUA COCTOAHUA (IMarpaMMmbl Je-
¢hopmupoBaHUs), CBA3BIBAIOIINE HANPIKEHUSI O U
nedopMaliuu e B ypyroi u HeyIpyroi o0acTsx;

pelaT JuHEeHHbIe U HeJITUHEeHHbIe KpaeBble 3a-
Ia4uu 0 HAIPSKeHHO-Ie(pOPMUPOBAHHBIX COCTOSHU-
AIX B 30HAX HEOTHOPOMHOTO PACIIPEeTIEeHUs O U ¢;

000CHOBBIBAIOT ¥ BBIOUPAIOT KPUTEPUH J0-
CTIIKEHHUS TPEeNeTbHBIX COCTOIHHH — HEJOILyC-
TUMBIX (KPUTHYECKUX) IIACTUYECKUX AeopMariuii
e, U HaIpdKeHUU O, IIpU IIoTepe YCTOWYUBOCTU U
paspylIieHun.

Ecnu npuHATH, YTO BCce pacyeTHBIE IapaMeTphl
B BbIpaxkeHuax (1)-(4) uUMeOT BepPOATHOCTHYIO
IIPUPOAY, TO DTO O3HAYAET, YTO HACTYILUIEHHE IIO-
BPEKIEHHUI, OTKA30B, aBapHil W KaTacTpod Takke
MMeeT BEpPOITHOCTHBIM xaparrtep [2, 5]. Torma BbI-
paxenua (1) — (4), momKpemieHHbIe HE0OXOTUMOM
CTATUCTHUYECKOM HH(OPMAIIHEH, 1Tal0T BO3MOKHOCTh
OIIEHUTb HAJIEKHOCTH O0BEKTOB TEXHOC(EpPHI, UTo,
B CBOIO OYepejb, 0O3HAYAET obecreveHne 3a1aHHOTO
3amaca n IO ycTaHOBiIeHHOH BepoaTHoctH P Ha
ocHoBe BbIpaskeHwuii (1) u (2) qaa HAPSIKEHUH U JIe-
dopmanuiit MOKHO 3aIIKCATh

nsp = (UK)p/(U)p, nNe,p = (eK)p/(e)p~ (5)

AHAaJIOrUYHO OIIEHUBAIOT BEPOSITHOCTHBIE XapakK-
TEPUCTUKH [0 IPYTUM 3aracaM, BXOASIINM B BbIpa-
wennd (2) u (4).
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B 6osee crporoii mocTaHOBKE UMHUTAIIHOHHOE Be-
POATHOCTHOE MOJEIHPOBAHKE YCIOBUH SKCILIyaTa-
IIHOHHOTO HATPYKEeHUSI U Peaknuil (IIOBPe:KIeHHUI,
OTKa30B, aBapuil U KaracTpo(d) HA STH YCIOBHSI
HECYIIUX KOHCTPYKITUH ITO3BOJIIET OIPENeIUTDH Be-
nuuuHbl P myTem mHTErprpoBaHuS (PYHKITMH ILIOT-
HOCTH BEPOATHOCTH (10 00bEMY DJIEMEHTOB, [TUKIAM
N, BpemeHu T, pasMepam nedexToB [, Temiepary-
pam ¢) [y TexX JOKATbHBIX 30H, B KOTOPBIX JIOKAJIh-
Hbl€ HANPKEHUsS W JAedopMarud IIPEeBOCXOIT
KpUTHYECKHE.

Hesbimonuenwne 3amacoB mo BeIpaskenusm (1) —
(4) ¢ BepoATHOCTHI0O P IIPHUBOAUT K YBEIUYECHUIO
yiep6os (3arpar) U, CBA3aHHBIX C BOSHUKHOBEHHUEM
¥ MUHUMHBAIUEH II0CTIeICTBUU IIOBPEKIEHUM, OT-
Kas30B, aBapuii u Karactpod [2 - 6]. Itu yuieposl
TaKKe SBJIAIOTCA CTATUCTHYECKH BaPbUPYEMbBIMU
BenuunHamu. Ha 5Toif ocHOBe orieHKa pUCKOB R Mo-
sKeT OBITH BBIMOJHEHA IIyTeM CYMMHPOBAHHUS COOT-
BETCTBYIOIHUX (DYHKIIMOHAIBbHBIX 3aBHCHUMOCTEH I1a-
pamerpoB P; u U, njis Kammoro i-ro OmacHoro IIpo-
1ecca ¥ COCTOSHHUSA:

R=Y Fy,(P,U,). 6)

Ilo Hacrosiero BpeMeHH 3afady IIPOIHOCTH,
pecypca u 6e30IIaCHOCTH PacCMATPUBATIH B OCHOB-
HOM KaK OT/Ie/IbHbIE ¥ CAMOCTOATEIbHbIE, & COOTBET-
CTBYIOII[ME pACYETHbIE 3aKOHOMEPHOCTH MJId IIpe-
NEeTHHBIX WM JOIyCKAEMBIX COCTOSHUM OIIpeiesIsin
O0OBIYHO HE CBA3AaHHBIMU MEKIY CO00U BBIpAIKEHUA-
mu (1) - (6). B 1o e BpemMsa IpemIpUHUMAIH II0-
IBITKU IIOCTPOEHUA EIWHOH CHUCTEMBI PACYETHBIX
ypaBHEHU!, eIUHBIX KPUTEPUEB W B3aHUMOYBSI3aH-
HBIX 3amacoB. IIpu 5TOM B OCHOBY TaKMX MOAXOI0OB
ObLTIH  TOJOKEHBI Me)OPMAIMOHHBIE KPUTEPUU
MPOYHOCTH, pecypca u skuBydectd [2, 3]. ITo mMo3BoO-
JIAJIO C e[UHBIX IO3UIIUH OIIHCATD:

KpaTKOBpEeMeHHbIe CTATUYECKHe paspylleHus,
paccMaTpuBaeMble IpPH aHANW3e CTATHIECKOH
MIPOYHOCTH;

IUKTHIecKre (Majao- ¥ MHOTOITUKIIOBBIE) paspy-
IIIEHUA, paccMaTpuBaeMble TPHU aHAIU3E IUKINIe-
CKOTO pecypca;

IIATENbHbIE CTATHYECKHWe pas3pylleHusd, pac-
cMaTpUBaeMble IIPH aHAIN3€e BPeEMEHHOTO0 pecypca;

IIUTENbHbIE IUKINYECKWe paspylleHud, pac-
cMaTpHBaeMble IPU aHAIN3e [IUKINIECKOT0 pecypca
BO BpeMeHHOHU II0CTaHOBKE;

IUHAMHYECKHe IIPOIeCChl paspylIeHus, pac-
cMaTpuBaeMble IPU AHAINW3e TUHAMUIECKON MpOod-
HOCTH ¥ CEKYHIHOTO II0 BpEMEHHU pecypca;

BSI3KHE, KBA3UXPYIKHE U XPYIKHE Pa3pyIIeHus,
paccMaTpuBaeMble IIPU aHAIN3Ee KPATKOBPEMEHHOMU
JKMBYYECTH 10 KPUTEPHUAM TPEIHHOCTOHKOCTH JIH-
HEWHO! U HeJIWHEeHWHON MeXaHUKU pPas3pylIeHusd;

IUKIAIECKUH POCT TPEIHH, PACCMATPUBAEMBIH
MIPY aHAJIN3e UKINIEeCKOH JKUBYIECTH 10 KPUTEPH-

e e

Puc. 1. O6o0mennas guarpamMa aeOpMHUPOBAHUA B HC-
TUHHBIX (1) ¥ yCIOBHBIX (2) KOOpAMHATAX

Fig. 1. The generalized deformation diagram plotted in the
true (1) and conditional (2) coordinates

AM TPEIIMHOCTOUMKOCTH JIWHENHOU M HeJIWHeHUHOU
MeXaHUKH paspyIieHus.

Pesynbprarsl 607BIIOTO YHCIA BBITOJTHEHHBIX
pacuyeToB W HUCHBITAHWHN Ja60PATOPHBIX 06PA3IOB,
Mozesed U HATYPHBIX KOHCTPYKITUH IOATBEP:KIAIOT
BO3MOKHOCTB TAKOTO IIOX0JIA.

IlocTpoenne ypaBHeHHI COCTOSIHHUA

IIpu perrernn 061X IPOOIEM IIPOYHOCTH, Pe-
Ccypca W TPEIIMHOCTONKOCTH HAWOOJBIILYI0 3HAYH-
MOCTBH TIPHOOPETanT AuarpaMmbl 1e)OPMUPOBAHUA
(puc. 1), momydaeMble MPU CTAHAAPTHBIX KPATKO-
BpPEMEHHBIX MEXAaHHUYECKHUX HCIbITaHUIX. [lo HuM
ompenensioT 0a30Bble XaPAKTEPUCTUKA MeXaHUIe-
CKHX CBOMCTB MaTepHAaJIOB, BXOJAIIHNE BO BCE yKa-
3aHHBbIE BBIIIE PacCUYeThbl — MOIYJb YIpPyrocru KE;
Mpees TeKyd4ecTH O, (MJIM YCIOBHBIH Ipees TeKy-
9eCTH 0 ); COIPOTHBJIEHHE Pa3phIBy B Imeike Sy;
TIPeeNbHYI0 TLIACTHIECKYIO 1ed)OpPMAaIHio IPU Pas-
phbiBe B Iielike (OTHOCHTENbHOE CyiKeHue) Wy, [2, 7].
Ilo ykasaHHBIM XapaKTEPUCTHKAM HIJIH HEIIOCPEeICT-
BEHHO 10 HKCIIEPUMEHTATbHBIM JaHHBIM OIIpEeIess-
IOT [PyTHEe BAKHBIE PACYETHBIE MMapaMeTphbl — IIpe-
JIeT IPOoYHOCTH (KPATKOBPEMEHHOE COMPOTHBIIEHIE
PaspyIeHHo) 0,; ITOKA3aTellb YIPOUHEHHUS /M B YIIPY-
rOILTACTHYECKON 00J1aCTH; MpemenbHyl0 pPaBHOMED-
HYIO IJIACTHYECKYI0 JehOpMaIiuio e,

B ciyuae BbImosHEHUS KOMILIEKCHOTO aHAIH3a
MPOYHOCTH W pecypca KPUBYIO Ae)OPMUPOBAHUS B
HMCTHHHBIX KOOPAUHATAX (MCTUHHBIX HATPSIKEHUIX
¥ UCTUHHBIX JiepopMAaIisaX) 3alUChIBAIOT B hopMe

0 = oylele)™, (7)
= 88k /0x) ®)
Ig(e /e,)

B ob6nactu ynpyrux medopmariuii moxasarenb (Mo-
nynn) ynpounenws m = 1, E = e /o,; npu yupyro-
maactudeckoMm medopmupoBanun 0 <m <1. Jlas
KOHCTPYKITMOHHBIX METa/JIOB IOKa3aTelIb M IIOHU-
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k& g
Puc. 2. O6o6iiennas guarpaMma OUKIHIECKOro xedopMu-

pOBaHUA

Fig. 2. The generalized diagram of cyclic deformation

JKAETCS 110 Mepe YBEIUIEHHUA O, ¥ POCTA OTHOIIEHUSA
0,/0, [2]. Torma my1s1 pacyeToB CTaTHYECKOM IIPOYHO-
¢ty Ha ocHOBe (1) MCIIONMB3YIOT BhIPAKEHIE

[G]:min &’&:i ) (9)

n n ng

B T

a oJid pacdeToB CTATHYECKOM KECTKOCTH — aHaJo0-
TUYIHOE BbIpAaKeHue

[e]=min] &=, %o % | (10)
nT neB neK
100
rae e, = lnm — WCTHHHAA AeOopMAaIui Ipu
K

CTaTHIeCKOM paspylleHHH. Kcin KecTKOCTh oIpe-
JenseTcsa B Ipefeaax YIOPYTOCTH, TO N, = N, €CIh
3a IpegearaMy YIIPYTOCTH, TO Ny < My < My < Mgy

Jlo1 OIleHEM yCTOHYMBOCTHY HUCIIONB3YIOT U3BECT-
HbIe ypaBHEeHHUA Jiepa — I cuHcKoro

c 1 n2E
Oyg[(f]ygiziﬁ, (11)
ny Ny pk
Toe 0, — KpPUTHYEeCKOoe HalpsiKeHWe IIPU IIoTepe

YCTOHYIMBOCTH; A — IHOKOCTD CTEPIKHS; 1, — 3armac
10 YCTOMYMBOCTH; || — Koaddurment Ilyaccona.

TakuM 06pa3zoM, pacdeThbl MPOYHOCTH, HKECTKO-
CTH W yCTOMYHMBOCTH IPOBOAT C HCIIOIb30BAHHEM
TakKux 0a30BBIX XapaKTEePHCTHK MEXaHWIECKHX
CBOMCTB MaTepuaina, kak E, 0,, 0,, @,, 10 KOTOPbIM
OIIpefieIAI0T BEeNWYMHBI IIapaMeTpoB e, m, S,
[2-17].

Ilpu nuknuaeckom (MamommkmaoBom — 100<
<N <105 u muoronuknoBoM — 10° < N < 1010 na-
rpy:eHuu  00600IIeHHble KpHBbIe aedopMupo-
BaHHUA IOIY4AlOT IPH JBYX OCHOBHBIX PEKHMAX
HATPYKeHH:

MATKOM — C IOCTOSHHBIMH AMILIUTYZaMH Ha-
npsixenni (0, = const);

JKECTKOM — C HOCTOSHHBIMH aMILIHUTYJaMH Je-
dopmaruii (e, = const).

B bskcmepumenTax sTH 0000I[€HHBIE AHATPAMMBI
CTPOSAT JJIs1 3aJJAHHOTO YKCJIA TTOMYITUKIOB HATPYKe-
uus (k = 2N). Ucxogaomy Harpyskenuio (& = 0) co-
orBercTByloT xapakrepuctuku 00, e mO® g,
(puc. 2).

Harpy:xenwio B 11060M U3 MOCIEIYIOUUX TOIY-
IUKJIOB R ¢ HAYaJIOM OTCYeTa KOOPAWHAT TUArpaM-
MbI 1e)OPMHUPOBAHUA B TOYKe k mo mpuHIiumy Ma-
3WHTA COOTBETCTBYET

S ~ 20, =S, (12)

Torma pasmax Hampsskenumii S® B k-M momynukie
COCTABUT

S ~ ST(S(k)/ST)m(k), (13)
a IOKa3aTeNlb UKINIECKOr0 YIPOUHEHHS
m(k) = F{(0©, e® m© g} (14)

rne m(k), S®, e® — xapakrepucTHEM aHATPAMMBI
[UKJIUIECKOTO YIIPYTOIIACTHYECKOTO IepOpPMHUPO-
BaHuA B k-M nomynukie; 09, ¥ — manpaxenus u
nedopmanuy B mcxogHoM (mymesom, k& = 0) moiy-
[UKJIe HATPYKEeHHU.

i muKIMYecKy pasynpodHAOIIMNXCSI MaTepra-
JIOB C POCTOM YHCJA TOJYIHUKIOB k BemumuuHa m(k)
YMEHBIIAaeTCs, I ITUKIHIECKH YIPOIHAIOIIUXCT —
YBEJIMYUBAETCS, 4 JJIS IUKINYECKH CTAOUIBHBIX —
He U3MeHseTcda u cocrasisgeT m(k) = m(1).

Kaxk u nipm crarnyeckoM 0JJHOKPATHOM HATPY:Ke-
HUW, COMPOTHBJIEHUE IHUKINIECKOMY HATPYIKEHUIO
ompejeNnseTcs Yepes XapaKTePUCTUKA MeXaHude-
cKkuX cBoucTB Marepuana E', yi S! B arux ycnosu-
ax (mpu Temmeparype f) C yd4eTOM OTHOIIEHWUS
ol /ot . Ilpu AIATEIBHOM BBICOKOTEMIIEPATYPHOM
Harpy:KeHuu 0a30BBIMH SBJSIOTCSI KPUBbBIE IJIUTEb-
HOHM NPOYHOCTH G, W ImactugHocTH Wi s Bpe-
MEHH T:

O =04(00/0)™, Yix =yi(to/D™,  (15)

rme T, — BpeMsA KPATKOBPEMEHHBIX WCIBITAHUH
(to = 0,05 9); m,, m,, — XapaKTepUCTUKA MaTepHua-
71a, 3aBUCAIINNE OT TeMIIEPaTyphl ¢ U Ipefesa TeKy-
4ecTu 6L

Korga moremimansHO omacHble 00BEKTHI TOJ-
BEpraoTcsi IUKINIYECKOMY HATPYKEHHI0 B 00JacTu
BBICOKHMX TeMIIepaTyp, Ha OCHOBE SKCIEPHMEHTAIb-
HBIX TAHHBIX CTPOAT KPUBBIE JJIUTEIHHON [TUKINIe-
CKO¥ MPOYHOCTH B KOOPAMHATAX aMILIUTYAA YCIOB-
HBIX YIIPYTUX HANPSKEHUN G, = e,E (e, — ammin-
TyJa yIPyroILIaCTHYEeCKuX aed)OpMalliii) — YHCIIO0
[UKJIOB HATPy:KeHusd N, B 9TUX YCIOBUAX, BAPbUPYST
IIpK 5TOM BpeMs BBIIEPKKH B IHKIe T, [Ipu orcyr-
CTBHH BO3MOKHOCTEH IPOBENEHUS TaKUX SKCIEPH-
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MEHTOB CTPOAT pacuyeTHble KpUBLIE G, — N, a 1am-
TEJIBHOCTD 1e)OPMUPOBAHUS ONPEETIIIOT KaK

T =TV, (16)

Ilomcrapmss (16) B (15), MOKHO IOIYIUTE BhIpa-
MKEHUS IJIs1 OLIPEIeIeHUsT XapaKTepUCTUE 4. myl.
IPUMEHUTENBHO K CeMeHCTBYy KPHBBIX G,. — N, 10
napamMeTrpy T, B HHX B KadecTBe 06a30BBIX HC-
MOJIB3YIOT XAPAKTEPUCTUKH MEXaHUIECKUX CBOHCTB
E, cl,cl, ¢!, a B kauecTBe pacueTHBIX Iapamer-
PoB —ef .G, [0 .

IIpu onenkax Bnuanud sdpdeKrra TeMIeparyp £,
oTMyanIuxcesa or KomuaTtHoi ¢, = 20 °C (B obaac-
Tax Huskmx KamMmarmgeckux 20 °C > ¢ > -60 °C,
kpuoreHHbix — 60 °C > ¢ >-270 °C, mOBBIIIIEHHBIX
20 °C <t <350 °C u Boicorux 350 °C <¢ <1000 °C),
CTAHAAPTHBIE HCIBITAHUS IIPOBOAIT B TEPMOKPHO-
kamepax. [Ipu orcyTcTBME MaHHBIX O pe3yiabTrarax
TaKMX UCILITAHWH CTPOAT PacYyeTHbIE 3aBUCHMOCTH
M3MEHEHUS MEeXaHWYEeCKUX CBOMCTB OT TeMIIepary-

peit, Cumu T, K (T = ¢ + 273):

1 1
ol =0, ex — =11,
1 =0 p_BTT T,
(11
ol =c,exp|B, ——— ||, (17
p_B T,

rae B, u B, — pacueTHbIe XapaKTePUCTUKY MAaTepHa-
Jj1a, 3aBHCAIHE OT 0,y 1) = 293 K.

ITpemenbuble TUIACTHYECKHe nedopManuu '
IIpH TeMIIepaType ¢ OIpeelaioT PacieToM depes Be-
JIWYUHBI Py, O, ¥ Oy IIPU KOMHATHOHN TeMIiepaType.

A IMHAMWYECKH HATPYKEHHBIX KOHCTPYKITUN
IOpPH IOBBIIIEHHBIX CKOPOCTAX AedopMupoBaHUA
é =de/dt (10°c!<¢é<10%c¢!) umeer mecTo yBenu-
JeHHe TpeJe/ioB TeKydecTH U IIPOYHOCTH, OIpese-
JIsieMoe JKCIEepUMEHTANbHO WU PacdeToM II0 CTe-
[EeHHBIM BHIPAKEHHAM

ot =0, (e/éy) ", o8 =0 e/ ey, (18)

rae mg , m; — IOKA3aTeld 1yBCTBATEIBHOCTH Ma-
Tepuaia K CKOpocTH [e)OPMUPOBAHUA, 3aBUCAIIHE
OT 0, U Oy,

XapakTepUCTUKY TUHAMUYECKOU TLIACTUIHOCTH
PACCYUTHIBAIOT YePes Py, O, U O, II0 COOTHOIIIEHUAM,
O{OOHBIM HCIIOIb3YIONUMCS 1A OIUCAHUI TeMIIe-
parypubix spderroB. Beipaxenusa (15), (17) u (18)
TI03BOJIAIOT ONPENEIUTh MOKA3aTeNlb YIPOIYHEHUA M
B BhIpaskenusax (8), (13) u (14).

Cucremy 6a30BBIX SKCIIEPUMEHTAIHLHO OIIpee-
naembix (K, 0,, 0,, §,) # pacueTHex (m, Sy, m,, m,,
My, My, By, By, 1y, n5) XapaKTEPUCTUK MaTePHATIOB
YCTaHABIUBAIOT 110 PE3yIhTATAM MEXaHUIECKUX HC-
MBITAHUH TVIAAKAX CTAHIAPTHBIX 00pasIioB.

Ananmns HanpPAKEHHO-TeOPMHUPOBAHHBIX
COCTOSTHHH

O6o061eHHas quarpaMMa OJHOKPATHOTO aedop-
mupoBanus (cM. puc. 1) B dopme Boipaskenuit (7),
(8) cipaBenyiuBa [IJIs CIIyYaeB:

IUIATEIHHOTO HATPYKEHHU 110 BhIpaskeHusaMm (15)
B BHJIe U30XPOHHBIX KPUBBIX 1e()OPMHUPOBAHUS IIPU
OIMCAHHUU IIPOIECCOB IMOJI3YIECTH U PEIAKCALIUL;

OJHOKPATHOTO HATPYKEHUA IIPU BAPbUPYEMBIX
Temueparypax 1" mo Beipaxkennio (17);

MUHAMHYECKOTO HATPYKEHUS C IepeMeHHBIMHU
CKOPOCTAMHY Je(pOPMUPOBAHUS 110 BbIpaskeHuio (18).

s sRCTIEPHMEHTATBPHOM OIIEHKHU BIUSAHUSA Pas-
MEpOB TIOMEPEYHBIX CeYeHWi F' Ha MeXaHWYecKue
CBONCTBA IIPOBEIEHbI [2] yHHKaJIbHbIE UCIBITAHUSI
cepun 06pasIloB ¢ BapbUPOBAHHWEM BeJIWYUHBI F' Ha
ATk nopaakoB (ot 3 —4 go 4 - 10° mm?). O606me-
HUEe Pe3yJIbTATOB 9THX UCIIBITAHUM MPU Pa3pyIIai-
mux yemwauax or 2-10% mo 8- 107 H mossommio
chopMyTHPOBATh CHCTEMY PACYETHBIX CTEIEeHHBIX
YPaBHEHUH, OMUCHIBAIOIIUX U3MEeHEeHNe 6A30BBIX Xa-
PaKTEPUCTUK MaTepHuasa Mpu BapbupoBannu F:

of =0, (Fy /F)"r of =0, (Fy/F)Msr,

WE =0, (Fy /)™, (19)

TAe Myp, Myp, Myp — TaPAMETPhl XaPaKTePUCTUK
CBOMCTB MaTEPHAJIOB JJIs TPYIII CTAJIEH 10 YPOBHIO
UX TMPOYHOCTH ¥ CTEIEeHU JIeTHPOBaHHA (B o6IeM
cydae MOMKHO TPHHATb M.y~ Myp = 0,013, myp =
= 0,024 - 0,04).

Jna nmoxydueHusa 3aBHCHUMOCTEH 0Aa30BBIX Xapak-
TEPUCTUK MEXAaHUYECKUX CBOMCTB OT BHUAA HAMPI-
JKEHHOTO COCTOSHUS C KOMIIOHEHTAMH TJIABHBIX Ha-
MPSKEHUH 07 > 0y > 03 IPOBOIAT CEPUM UCITBITAHUM
IUIOCKUX WA IWIAHAPHYIECKUX 00pasiosB (o; =0,
0y = 03 = () Ha OJHOOCHOE paCTIKEeHUE, TPYOUIaAThIX
obpasioB — Ha Kpydenue (0;#0, 0y =0, 03 =
= |0;]|), Tpy6uaTsIx 06pasIOB ¢C BHYTPEHHUM JaBJe-
uueM (0, = 0, 0y # 0, 05 ~ 0) maIKu 06pPasIIOB ¢ KOHIIEH-
Tpatuen HanpsxkeHui (o; # 0, 0y # 0, 053 # 0) — qua
aHaIN3a TPEXOCHOTO HAMPIKEHHOTO COCTOSHHA.
IIpu oTcyTCTBHM COOTBETCTBYIOIIMX SKCIEPUMEH-
TAJbHBIX JAHHBIX O00BEMHOCTH HAIPIKEHHOTO CO-
CTOAHUSA YIUTHIBAIOT Yepe3 K03 (UIIUEHT MTOBbIIIIe-
HUS COIPOTHUBJIEHUS OOPA30BAHHUIO IIJIACTHIECKUX
nedopmartmit

I_=oc 2
7 M (1-5,2 + (5, -5,)2 + (G5 - 12

(20)

nin 4yepe3 KOd((PUIMEHT CHUKEHUS MpPEeIelbHOH
ILUTACTUIHOCTH

1

P ———) (21)
I,(1+5,+70y)

e

Ilie Gy = 0y/01, G5 = 03/0; — OTHOCHTEJbHBIE ITIaB-
Hble HANPSIKEHUs.
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Ky m, m®, m(k), (m<1)

m=1 -
OfinacTs i OBnacts ;
: Ko K
YRpyrmx | ynpyronnactidecky O o
pedopmaunit | pedopmaumit
- —
O =0, 0 (s]

Puc. 3. Cxema medopmMupoBanus B 30HAX KOHIIEHTPAIMH
(a,) u TpemuH (K7) B IMHEHHOH U HETMHEHHOH ITOCTAHOBKAX

Fig. 3. The scheme of deformation in the zones of concen-
tration (a,) and cracks (K;) (linear and nonlinear scenario)

Kpusas, momobHas npuBefeHHON HA puUc. 1, Mo-
sKeT OBITh HCIIONIb30BAHA IIPH IIOCTPOEHWH [IHa-
rpaMm e)OPMHUPOBAHUA 10 PE3yJIbTATaM HCIbITA-
HUM 00pasIioB ¢ BAPbUPOBAHUEM Pa3MEpPOB CEUECHMUS
F no Beipaxenusm (19), a Takxe o0pasIoB ¢ usMe-
HEeHHeM O0BEMHOCTH HAIPSKEHHOTO COCTOSHMUS
(01, 09, 03) — 10 BeIpasKeHuaM (20), (21).

Peanvubie Hecylre 371eMEHTHI KOHCTPYKITUH U
000pyI0BaHUA, KaK IPABIIIO, COMEPIKAT PA3INIHbBIE
30HBI KOHIIEHTPAIMM W HUMEIT pPasHOMAacIITa0HbIe
pasMepsn mionepevHbIix ceuenuil. [Ipoenenne mexa-
HUYECKUX WCITBITAHUM I OIEHKHM YyBCTBUTEIBHO-
CTH K (PaKTOpy KOHI[EHTPAIINU HANPIKEeHUu# (B ym-
pyro#i M Heympyro# obmacTtax) M K MacmTabHOMY
thaxTopy IpencraBisfeT CyI[eCTBEHHBIE METOLUIE-
CKHe CJIOMKHOCTH. J[J11 GOJBIIOMH IPYIIIbI KOHCTPYK-
[MOHHBIX METAUNIMYECKUX MATEPUANIOB C HCIIOIH30-
BaHMEM MOAM(DHUIIMPOBAHHBIX AHAIUTUYECKUX pe-
HIeHuH noaydena [2] pyHKIHOHATbHAA CBA3B i KO-
a(pPUIMEHTOB KOHIEHTPAIMN Hanpskenuii K, u
neopmanuii K, B yIpyromiacTUIecKoi 0061acTu ¢
TeopeTHYeCKuMHU K03 (PUITHeHTAMH KOHIIEHTPAIUN
0, B YIOpPYyro# o6JacTH C yIeTOM OTHOCHUTEIHLHOTO
YPOBHS JEHCTBYIOIINX HANPIKEHUH 0/0, U IMOKasa-
TeJd YIPOIHEHU M :

{KO’ Ke} = fK{aoy 0/0T> m}, (22)

Omaxx = OKm €maxk — eKe‘ (23)

Ha puc. 3 mokasano mameneHme KodUITIEH-
TOB KOHIleHTparuu d,, K., K, mo Bbipakenuio (22)
nnsa obmacredt ynpyrux m =1, a, =K, =K,) u
yapyromnacrudeckux (m <1, K;<a,, K,>a,) ne-
dopmaruii, pasmenseMbIx YCIOBHEM 0,0 = O,. SaBH-
cuMOCTh (22) cupaBejjiuBa I CIydyaeB OJHOKpAT-
Horo (m = m©), nukmmaeckoro (m = m(k)), nnu-
TenpHOro (m = m(v)) U muHamMudeckoro (m = m(e))
Harpy:;KeHUH.

JKCIIepUMEeHTaIbHO BeIWIUHEI O, K, K, omnpe-
IENAI0T METOJaMH TeH30MeTpuH, (POTOYIPYTOCTH,
rosorpaduu U Jp.; UX TEOpPEeTHUYECKHe 3HAUYEHUST —
AHAIUTHIECKUMH METOIAMH TEOPHH YIPYTOCTH,

IJIACTUIHOCTH, TIOJI3yYECTH U YUCIEHHBIMU METO/a-
MH (KOHEUYHBIX 3JIEMEHTOB, KOHEUYHBIX Pa3HOCTEH,
WHTETPAIbHBIX YPABHEHUI).

J1a 30H sKCTpeMaTbHON KOHITEHTPAITUH HAIIPS-
JKEHUH Opay, A JePOPMATIHH €, ., CO3aBAEMBIX
neeKTaMu TUIA TPEIUH, B JTHHEHHON MexaHUKe
PpaspyIIeHus POJIb A, BBITOJTHAET KOd(PPUITHEeHT HH-
TeHcuBHOcTH Hampsskenuil K. Ilo amamoruum c BbI-
paxxenueM (22) MOKHO 3aIucaTh

Ky = Opax /0 (24)
K, =cJnlf{L,F,Q}, (25)

Ife 0 — HOMHHAJIbHOE HANpssKeHue A1 06pasia c
TpemuHoi; | — riybunHa Tpemiun; F' u ¢ — mapa-
MeTphI Pa3MepOB CEYEeHUS U CIIOCOOOB HATPYKEHU.

I caydyas yopyromiacTHIecKoro aedopMupo-
BaHWUA B paMKaxX HEeTWHEHHOM MeXaHUKH paspyliie-
HUA B [2] mosyueHa CBA3b, aHAJIOTUYHAS BBIPAKe-
Humw (22),

{Kiq, K1} = fx{K], 0/0,, m}. (26)

OKCIEePUMEHTAIBHO W TEOPETHUECKH BEJIHYHHBI
K, K, K;, onipenieisifoT Tak ke, KakK u o, K, K,.

Kpurepuun paspymenus

B Teopuu um mpakTHKe WHKEHEPHBIX PACYETOB
[1 - 10] ucmonb3yioT 0006IIeHHbIE CHIIOBBIE (110 HAa-
MPSKEHUIM 0), 1epopMaIluoHEbIe (¢) U Y9HepreTuie-
ckue (Y) KpUTEepun paspyIleHus:

050, e<e,, V<V (27)

IIpu perennyr WHKEHEPHBIX 3a7a4 MJs IITAT-
HBIX, HOPMAJIBHBLIX YCIOBUHA OKCIUIyaTAllMW HAaW-
GoJblllee MIPUMEHEHHe HAIIN CHJIOBble KPHUTEPHH
(0 <0,). B srom ciyuae B ympyro#i obimactu e, =
2
MPU CTENEeHHOW AaNMpOKCHMAIlUM THATPAMMbBI Je-
dopmMupoBaHUs 110 ypaBHEHHUIO cocTosHuUA THna (7)

_Ox.

=0o/E, vy, = ; B IJIACTHYECKOH 06J1acT

e, = e (0,/o)"™, o, = ole /e)™. (28)

g manbosee OTBETCTBEHHBIX CIy4aeB B IITAT-
HBIX ¥ HEIITATHBIX (B TOM YHCJIE aBAPUUHBIX U Ka-
TacTpo(PUUECKNX) CHUTYAIUsIX Bce 0Oojiee IIIHPOKOe
npuMeHenue HaxogAT [2 -7, 9] medopmamuoHHbIE
Kpurepun paspyiienus (e <e,). Mcxomgubie Kpure-
pUalbHBIE TIApaMeTPhI O, U e,, YCTAHABIHUBaEMbIe
[0 pe3yibTaTaM HWCIBITAHUH CTAHAAPTHBIX 06pas-
[I0B HA OJHOKpPATHOE CTATHYECKOe paspylieHue (cM.
puc. 1), cocrasar:

OK = fU{0T7 OB’ SK}’ eK = ﬁa{e'm eB’ eK}' (29)
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Hedopmarimonabie KpUTEPUN HAILIA CBOE HOP-
MaTHBHOE OTPaKEHHEe B pacyerax IMPOYHOCTH aTOM-
HbIX peakTopoB [10]. Ilpu ucmonszoBanuu B 0606-
[[EHHBIX pacyeTax n1ed)OpMAaIHOHHBIX TAPAMETPOB €
U e, HeOOXOIMUMO YIUTHIBATH BAUAHNE KOHCTPYKTHUB-
HBIX, TEXHOJIOTHUYECKHUX U SKCILUIyaTAIlHOHHBIX (DaK-
TopoB — Temmneparyp (¢, T), Bpemenu (1), IUKIAY-
HoctH (IN), ckopocTu meopMupoBanus (&), KOHIIeH-
Tparuu Hamnps:keHudt (a,), Tpemun (I, K;), oobem-
HOCTH HamIps:KeHHOro cocrosiausd (I, D,):

e’ = eKOﬁza{T; T, N7 é, l7 107 Dea (10}, (30)

e ey, — paspylanas 1edopMarus s TIaIKO-
ro jaboparopuoro obpasua; I,, D, — roadqduiireH-
ThI TIOBBIIIIEHUS IEPBOTO TIABHOTO HANPSIKEHUS WU
CHIJKEHHUA IUIACTUYHOCTH 34 C4eT OOBEMHOCTH Ha-
MPSKEHHOTO COCTOSHUS {07 > 0y > O3}; IO JAHHBIM
akcriepuMeHTOB 1 < <25, 0<D, < 1.

IIpu sTOM CcliemyeT UMETh B BUAY, UTO 3HAYEHUS
KakK CHWJIOBBIX (0,), TaK U 1e()OPMAIINOHHBIX (e,) KPH-
TepHUAIbHBIX IAPAMETPOB CYIIECTBEHHO 3aBUCAT OT
ITePEYNCIeHHbBIX BbIlle akTopos. IIpu comocrasie-
HUW WX BEJIUYUH U KMHETHKH C DKCIULyaTal[MOHHBI-
MU HAIPSKEHUAMU U JePOPMAIUIMU MOKHO Cy-
OUTh O HAXOMKIEHUU AHAIM3HUPYEMOro oObeKTa Ha
JAHHOU CTAUU SKCILIyaTAIluU B 00JIACTH JOIyCKae-
MBIX, ONACHBIX W/IHW KPUTHYECKMX COCTOSTHHM
(puc. 4).

3axaroueHue

Wsno:xennubie BBINIE OCHOBBI yHUUITHPOBAH-
HBIX TIOJIXOJIOB K IOCTPOEHHIO AMarpaMM IedopMu-
poBaHWs, aHANMU3Y HANPIKEHHO-TeOPMUPOBAH-
HBIX COCTOSHHUU W KPUTEPHEB PaspyIIeHUs SBIISIOT-
cs1 HAy4YHOU 6a30W pacyeToB MPOYHOCTH, pecypca u
TPENUHOCTORKOCTH C YIETOM TJIABHBIX KOHCTPYKITH-
ounbix (F, a,, K, K,) u skcrutyararuonabix (7, é, N,
D,, [) mapamerpos [1 — 10]. Koucrpyxruonusie dgak-
TOPBI OTPAKAIOTCA B PEIIEHUAX KPaeBbIX YIPYTUX U
YIPYTOIIACTHYECKUX 3a/a4 I10 OIMPEIeIeHHI0 pac-
YETHBIMU ¥ DKCIEPUMEHTAIbHBIMH METOAaMHU Ha-
IPAKEHHO-Te(POPMUPOBAHHBIX COCTOAHUH (0, €) co3-
IABAEMBIX U SKCILTyaTUPYIOIIUXCSI 00bEKTOR.

Bauanue rtexmomormueckux (QPaKTOPOB IIPOU3-
BOJZICTBA MaTepHuajJiOB M BHUJA UX HUCXOAHOTIO (bOpMO-
00pasoBaHus A TOJIYYeHUs W3IENUH, OTpaKaio-
1eecsi Ha MeXaHUYECKHUX CBOMCTBAX — XapaKTepH-
CTHUKAaX IPOYHOCTH U IIACTUIHOCTH, OI[EHUBAETCS
[0 pesyJbTaTaM HCIBITAHUM Jab0opaTOpPHBIX 00pas-
IIOB.

JKCIUTyaTarinoOHHble (DAKTOPHI B HAUOOJBIIEH
CTEIIeHN CKA3bIBAIOTCA HA MEXaHWYECKUX CBOMCTBAX
MaTepuaioB, 4TO B CBOIO O4Yepeab BJIUAET Ha HaIIpPd-
JKEHHO-e(DOPMHUPOBAHHBIE U IPEAeNbHBIE COCTOS-
HUA KOHCTPYKITUH B UX JIOKATBHBIX 30HaX [2 — 7, 9].

OBnacTt KPUTUYECKUX
COCTOAHMA

OBnacTe onacHsIx
COCTORAHWA

OBnacTe gonyckaemblX COCTORHMIA

1
|
L
1
+
|
¥

ANt e a, (1T, (11,),D,)

Puc. 4. Xapakrep usMeHeHUd KPUTHIECKUX HANIPSIKEHUH O,
u fedopManuii e, Ioj] BIAAHAEM TEMIIEPATYPHBIX U DKCILIya-
TAIMOHHBIX (DAKTOPOB

Fig. 4. The character of change in the values of critical
stresses o, and strains e, under impact of the temperature
and operational factors

CorracHO M3JI0KEHHOMY IIOAXO0/Y, OCHOBAHHOMY
Ha YHU(PUITHPOBAHHBIX METOAAaX PACYETOB W HCIIBI-
TaHUH 10 cucTemMe BbipakeHui (1) — (4) s oreHKu
yCIIOBUi 6€30TaCHOM SKCIUIyaTaIlud U [OCTHKEHUS
MpeIeIbHbIX COCTOSHHHI, YCTAHABIUBAIOT KPUTEPH-
aJTbHbIEe BEJTUIHHBI U KJI0UYEBbIe 3aachl IIPOYHOCTH,
pecypca ¥ TPEIIUHOCTOMKOCTH C OTPAKEHHEeM IIO
KOMILIEKCY BhIpaskenwui (5) — (30) HA3BAHHBIX KOH-
CTPYKTOPCKUX, TEXHOJOTHYECKUX U SKCILIyaTAI[UOH-
HBIX (DPAKTOPOB.

Hzno:eHHbIA HOAX0A MOKET ObITH PacIpoCTpa-
HEH Ha pellleHrne HOBBIX, 00Jiee CJIOMKHBIX IIPO6aIeM
HAJIeKHOCTH, KUBYJECTH, 0E30I1aCHOCTH, PHCKOB U
sarquinesHoctH [5].

duHaAHCUPOBAHHUE PAGOT
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BJINSAHUE PASMEPA OBPASIIA HA MEXAHUYECKHUE
N ARYCTHUYECKHUE XAPAKTEPUCTUEKU BETOHA

© JIrogvuiaa PadanmnoBaa Boreunal*, Anexkcanap Hukomnaeuu IllyBanos2,
Mapar PaBuineBuu Trorunl, Tarbana Bopucosua Ilerepcens,
Bukrop IlerpoBuu JleBunl, Makcum Baaguvmuposmu Penopon?

I WMucruryr Mertaiurypruu u marepuanosenenus uM. A. A. Baiikosa PAH, Poccus, 119334, Mocksa, JIeHWHCKU TPOCIIEKT,
1. 49; *e-mail: botvina@imet.ac.ru

2 HOII C HNUY MI'CY HaumonanbHbiil uccienoBareabCckuii MOCKOBCKHH TOCYyJaPCTBEHHBIA CTPOUTENbHBIA YHHUBEPCUTET,
Poccus, 129337, Mocksa, fIpociasckoe mocce, 1. 26

3 000 «Iunanak», Poccus, 125367, Mocksa, yi. ["abpuuesckoro, 1. 5, koprr. 1.

Cmamus nocmynuaa 5 dexabps 2018 2. Ilocmynuna nocae dopabomru 12 ¢hespans 2019 2.
Ilpunama k nybaurayuu 27 urons 2019 .

OpHOM U3 BayKHBIX 0COOEHHOCTEH PaspyIlIeHHs TeTePOTeHHBIX MATEPUAJIOB ¢ KOHIIEHTPATOPOM
HANPSKEHUs ABIAeTCH MacIITa0HbIH 3((eKT, CBI3aHHbBIN C 3aBUCHMOCTHI0 HOMHHAIBHOTO Ha-
NPSIZKEHUS OT pasMepa 06pasiia. IToT 3peKT HeoOXOIUMO YIUTHIBATE IIPH U3YYEHUH IIPOLIecca
paspylienus 6eToHA i MOBBIIMIEHUS 0€30MACHOCTH DKCIUIyaTalluu 0ETOHHBIX KOHCTPYKIIUU.
ens mamno# paboTel — HccIeOBaHMe BIMAHMA pa3MepoB 00pasIoB ¢ HaApe3oM u3 6eToHa
rkmacca B25 (R = 28 MIla) Ha mPOYHOCTHBIE XapPAKTEPUCTUKH W TapaMeTphbl aKyCTHIECKOIH
SMUCCUH, PETUCTPUPYEMOIA B TIporiecce paspyiienus. [[poBeieHbl HCIIBITAHNS HA TPEXTOYEIHBIH
u3rub ¢ perucrpanvei curaanoB AJ o6pasmoB Tpex pasmepoB (mmmHOo# 1075, 465 1 215 Mmm),
reoMeTpus KOTOPBIX OTBEYANa JBYMEPHOMY IIOJ00HI0, ITOCKOIBKY TOJIIMHA 00pa3lioB He MEHs-
JIaCh, 4 OTHOIIIEHUA OJIMHBI 06pa,3ua U IJIMHBI HaJgpe3a K IMIHPHUHE OCTaBaJIUCh IIOCTOSHHBIMHU.
IIyrem mrockocTHO# oKanuu curHaIOB AD Ha 6oslee KPYITHBIX 00pasiax OLEHEHbBI PasMephl
30HBI JIOKAIM3AIIMY IIPOIIECCa Pa3pyIIeHNs Ha PA3HBIX CTAIMAX PA3BUTHS TPEILUHBI U IIOCTPOe-
Ha 3aBHCHMOCTH pasMepa 30HbI oT BpeMenu. Ha manbix o6pasiax pasmep 30HbI JOKATH3AIUN
OIIpeNesIsiIN IyTeM u3MepeHus KoaduimenTa 3aTyxanus yabrpassyka. C moMOIIb0 aHaansa
JHiarpaMM Harpy:KeHHs, COBMEIIeHHBIX C BpeMEHHBIMU 3aBHCUMOCTSIMH IapaMeTpoB A9, ycra-
HOBJIEHO, YTO pasMep 00pasiia OKa3bIBaeT BIUSHUE HA CTAJAUUHOCTD paspyliuenus. IlocTpoeHbl
3aBHCHMOCTH HOMUHAJIBHOM IIPOYHOCTH, SHEPIUH paspylIeHus, byy-liapaMerpa U CyMMapHOTO
yucna CUrHaaoB A9 oT pasmepa 00pasiioB. ¥ CTAHOBIIEHO, YTO I 00Pa3IIoB OOJIBIINX PA3MEPOB
pasmMepHbIH 3 PEeKT CBI3aH CO CHIYKEHHEM HOMUHAIBHOTO HAIIPS/KEHI U HAKOIUIEHHOTO YUCTIa
CHUTHAJIOB aKyCTHIECKON OMHUCCHH, YBEJIMIEHNEM SHEPIun paspyuenus u by-napamerpa. [Ipen-
1I0JIaraeTcs, YTO W3MEHEeHHe XapaKTepUCTUK AD ¢ yBeauueHHeM pasMepa o0pasiia CBSI3aHO C
YMEHBIIIEHUEM OTHOCUTEIBHOH [OJIH CTPYKTYPHOU HEOXHOPOMHOCTH (OTHOILIEHHEM CpPEIHEro
pasmepa rpaHuTHOTO Ie0HA K pasMepy obpasiia) B obpasiax 6oibliiiero pasmepa. [lomydeHs: Ho-
BbIE JJaHHbIE 0 BIWAHUN pasMepa o0pasiioB U3 GeTOHA HA AKyCTUYECKHE XapPaKTEPUCTHKH.

KaroueBsIe ciroBa: 6ETOH; TPEXTOYEIHBIH H3TH0; AKyCTHIECKAS SMUCCHST; PA3MEPHBIN 3 derT;
YIBTPa3BYKOBOE 3aTyxXaHHe; 30Ha IIpoIiecca.

EFFECT OF THE SAMPLE SIZE ON THE MECHANICAL
AND ACOUSTIC CHARACTERISTICS OF CONCRETE

© Lyudmila R. Botvinal*, Alexander N. Shuvalov2, Marat R. Tyutinl,
Tatyana B. Petersen3, Viktor P. Levin!, Maxim V. Fedorov?
1 Baikov Institute of Metallurgy and Materials sciences of Russian Academy of Sciences, 49 Leninskiy prosp., Moscow,
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2 Moscow State (National Research) University of Civil Engineering, Yaroslavskoe sh., 26, Moscow, 129337, Russia.
3 LLC “Diapac”, Gabrichevskogo ul., 5/1, Moscow, 125367, Russia.
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One of the important features of the fracture of heterogeneous materials with a stress concentrator is the
scale effect associated with the dependence of the nominal stress on the specimen size. This effect must be
considered when studying the fracture process of concrete to improve the operation safety of concrete
structures. The purpose of this work is to study the size effect of the specimens with a notch made of a con-

crete (class B25, R = 28 MPa) on the strength characteristics and parameters of the acoustic emission
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(AE) recorded in the process of fracture. Three-point bend tests with registration of AE signals were car-
ried out using specimens of three sizes (1075, 465, and 215 mm long), their geometry corresponded to
two-dimensional similarity, since the thickness of the specimens remained unchanged, and both length to
width ratio for the specimen and notch remained constant. The size of the zone of fracture localization at
different stages of crack development were estimated on the larger specimens using planar AE location
and the time dependence of the zone size was plotted. The size of the localization zone of small specimens
was determined by measuring the ultrasound attenuation coefficient. Analysis of the loading diagrams
combined with the time dependences of the AE parameters revealed that the specimen size affects the
fracture staging. The dependences of the rated strength, fracture energy, b p-parameter, and the total
number of AE signals on the specimen size are plotted. It is shown that the size effect is associated with a
decrease in the rated stress for the large-sized specimens and number of accumulated acoustic emission
signals, as well as with an increase in the fracture energy and b,p-parameter. It is assumed that change in
the AE characteristics with increasing size of the specimen is attributed to a decrease in the relative frac-
tion of structural heterogeneity (the ratio of the average size of granite aggregate to the specimen size) in
large specimens. New data were obtained regarding the effect of the size of concrete specimens on the
acoustic characteristics.

Keywords: concrete; three-point bending; acoustic emission; size effect; ultrasonic attenuation; process

zone.

Paspyienvie KBasMXPyIKUX MATEPHAJIOB, TUIIMY-
HBIM TIPEJICTABUTENIEM KOTOPBIX ABIAETCH OETOH,
COIIPOBOXKAAETCA CTAOMIBHBIM POCTOM TPEIHUHBI
BIUIOTh [0 PpaspyIlIeHHs U pPasBUTHEM OOJbIIOH
30HBI JIOKATU3AI[MN B yCThe Haapesa o6pasna, Ipu-
BOZSAIIEH K OTKIOHEHWI0O KPUBOM HOMHHAIBHOE Ha-
Ips:KeHne — pasMep 00pasila OT CTENEeHHOH KBajl-
PATHYHON 3aBHCUMOCTH, COOTBETCTBYIOIIEH COOTHO-
[IEHUIO JINHEHHOM MeXaHUKU Pas3pyIlIeHus. JTa 0Co-
GEHHOCTh KBA3UXPYIIKUX MATEPUAIIOB, ABJISIONIAICT
CIIE[ICTBUEM TETEPOTEHHOCTH WX CTPYKTYpPBI, ObLIa
obuapy:xerna P Walsh [1] opu ucnerrannu reomer-
pHUYecKH HoIo0HBIX 00pasIoB C HAApPe3oM u3 0eTo-
Ha. Z. Bazant [2 — 4] mpeamoKua COOTHOIIEHUS I
OIIeHKHM HOMWHAJIBHOTO HAPIKEHUA U SHEPTUH Pas-
pyuieHus 06pasioB ¢ HAAPE30M PA3IHIHOTO pasMe-
pa U3 KBasUXPYIKAX MATEPHUAIOB. JTH COOTHOIIIE-
HUS YYUTHIBAIU MIEPEXOM OT TIAJKUX 00pasIioB, He
MPOSIBJISIONINX pPasMepHbId 3dderT, K HampesaH-
HBIM 00pasiiaM, P HUCIBITAHUN KOTOPBIX 3TOT 3-
ekt obHapy:xuBaicsa. K momo6HbIM cOOTHOIITEHUAM
MPUIIUITA W aBTOPhI PaboThbl [5]. AnbrepHATHBHBIN
IIOXO0J, OCHOBAHHBIN Ha ujee ppaxrTanios, paspabdo-
tanu A. Carpinteri ¢ komteramu [6, 7] B messax omu-
canus pasMepHoro sddeKra M OLEHKM HOMUHAJb-
HOTO HAIIPSIIKEHUS.

[TapannensHo ¢ aHATH30M pa3MepHOTO d3pdeKrTa
Pa3BHBAINCH WCCIEIOBAHMSI B3aWMOCBSI3H Xapak-
TEPUCTHUK Pa3pYyIIEeHHs KBA3UXPYIKUX MaTEPHUAIOB
¢ (pu3MUYECKMMY CBOMCTBAMH, B YACTHOCTH, C Iapa-
MeTpaMu aKyCTHYeCKoH smuccuu (AJ) U yIbTpasBy-
KOBBIMH IapaMerpamu. B KadecTBe mguarHOCTHYE-
CKOTO ITOKa3aTesd aKyCTUIEeCKOU BMUCCHU TIPHU Pas-
pyuiennu 6eToHOB aBTOpHI [8 — 11] ycmemno wc-
MONIB30BATIN bpp-TIApaAMeTp, XapaKTEePUBYIOIIHH aM-
IUTATYHOE PacIpeejieHre CHTHAIOB aKyCTHIECKOM
SMHUCCUU. §CTAHOBJIEHA KOPPEIANUA IAHAMUKN
bap-TIapamerpa €o CTaIUHHOCTHIO IpOoIecca paspy-
[IeHUs TPH HArpy:KeHWH 00pasIioB, B YACTHOCTH,
CHUIKEHUE JAHHOTO ITapaMerpa mepe JOCTHKeHHEM

HATPY3KH, COOTBETCTBYIOIIEH IIpEeNeny IMPOYHOCTH
Marepuasa.

Hpyrum 5(pEeKTUBHBIM HHCTPYMEHTOM WCCIIe-
JOBAHUS B3aMMOCBSI3H XaPAKTEPUCTHK PA3PYIICHUT
KBA3SUXPYIKUX MaTEPHATIOB C (PU3UUYECKUMHU CBOU-
CTBaM¥, KOTOPBIN KCIIONb30BAJIN B JAHHOW paboTe,
ABIAETCA YJIbTPA3ByKOBOM METO], II03BOJIAIOIINN
U3MEPITh CKOPOCTh ¥ KOB(D(UIIHEHT 3aTyXaHHs
yabTpas3ByKoBbIX (¥3) Boiu. B psame pabor [12] mo-
JydJeHa SHMIIMpHYEcKad CBA3b MEKIY MIPOYHOCTHIO
6eToHA ¥ CKOPOCTHIO PACIPOCTPAHEHWS YIbTpPa-
3BYKOBBIX BOJIH: 00jlee BBICOKAs CKOPOCTb yJIbTpPa-
3ByKa KOpPpenupyeT ¢ 6ojiee BBICOKOM MIPOYHOCTHIO
[IPU IPOYHX PaBHBIX ycaoBuax. OmHako 1jsa 6eToHa,
MPEACTABIAIONIEr0 COO0M MaTepHas CO CIOMKHOM
TeTEepPOTeHHOH CTPYKTYPOH, CKOPOCTH PaCIpoCTpa-
HEeHHS Y3 BOJH SBISIETCI MeHee UyBCTBHUTEIbHOM
XapaKTEePUCTUKON K €ero BHYTPEHHEH CTPYKTYype,
yeM K02(h(pUIMEeHT 3aTyXaHus TPOAOILHOM yabTpa-
3BYKOBOM BOJIHBI.

Koppensamuonubie cBi3u MexIy KOI(QQUIIHEH-
TOM 3aTyXaHWs YIbTPA3BYKOBBIX BOJH U MEeXaHHWYe-
CKMMHM CBOMCTBAMU GETOHOB MeHEee M3yJeHbI U IIPO-
Be[leHHEe WCCIIEI0BAHUM B 9TOM HAIIPABIIEHUH IIPE]I-
CTaBIIAETCS BAKHBIM.

ens paboTs! cocToANa B MBYYEHUH PA3MEPHOTO
adpdperTa, MPOYHOCTHHIX M AKYCTHYECKUX CBOMCTB
6eToHa, IMIMPOKO HCIIOAb3YyEMOTO B IIPOMBIIILIEH-
HOCTH.

Ma’repna.n A METOAbl MCCJJIEIOBAHUA

Hccrenosanu Geron kmacca B25 (R = 28 MIIa)
CO CpeIHUM pPa3MepoM CTPYKTYPHBIX COCTaBJIA-
omux (d) u3 rpaHuTHOrO IIebHS, pPaBHbBIM 5 —
10 mm. TBepmenue GeToHA OCYIIECTBISAIOCH B €CTe-
CTBEHHBIX ycioBuAx mpu temireparype 20 °C B Teue-
Hue 28 CYTOK.

Jlnsa usydenus BIWSHHUA MacmITaGHOTO (aKTopa
Ha IIporiecc paspyiinenus 6eToHa (o aHAJIOTHH C pa-
6otoit [13]) MCOBITHIBATH Majble, CPpeIHHE U 00Ib-
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e o6pasiiel aruHok (L) 1075, 465 u 215 MM u miu-
punoii (D) 40, 93 u 215 MM coorBeTcTBEeHHO (puc. 1).
Tommuua (h) Becex 00pasioB ObLIA OJUHAKOBOM
(h = 40 mm), orHotenus mmuH Li/L, = Lo/Ls = 5,
OTHOILIIeHWe MIWHBbI K mupune L/D ~ 2,3, oTHOIIe-
HHe JJIMHBI Hajpes3a K mupuHe obpasmos //D ~ 0,3.
ITockonmbKy TomIMHA GHLTA TTOCTOSHHOMN, 8 M3MEHS-
JINCh JIJIMHA W IIAPUHA 00pas3I[0B, MOKHO CYHUTATH,
YTO reoMeTpHs 06pasIoB OTBeYasIa JByMEPHOMY IIO-
moburo. s Bcex 00pasiioB 6eTOHA CpeaHui pasMep
CTPYKTYPHBIX  HeomHOpomHocTed  d., = 7,5 MM.
Bbu1o ucnbiTaHo 10 TPH 06pasiia Kammoro pasmepa.

Hcnbrranus 6GeTOHHBIX 00pAsIlOB HAa TPEXTO-
qeyHbld u3rub (cM. puc. 1) MPOBOAMIN HA HCIIHI-
rarenbHOM Mamnwue Instron 3382 (MaxcumanbHas
unarpyska 100 kH) co ckopocrhio Harpy:keuuns ot 0,2
mo 0,5 mv/Mus. OmHOBPEMEHHO B IIPOIlECCe HArpy-
JKEHUS PETHCTPUPOBATIN AKYCTUYECKYI) SMUCCHIO
(A9), wucmonb3ya MHOTOKaHATBHYIO AJ cucremy
EXPRESS-8 mnpoussogcrea MUCTPAC (CIIA).
I uabTpanuu IMIyMOB OT HATPY:KAIOIIEro yCT-
poiicTBa 1 3meKTpoMarHuTHBIX (OM) momex, a Tak-
JKe MAEHTU(DUKAIINN PA3THYHBIX KJIACCOB MCTOYHU-
KOB, CBSI3aHHBIX C Pa3pyIllleHueM, IOMHMO ITOTOKOB
A9 mapaMeTpoB, pPeruCTpPHpPOBAIN TaK:Ke OLHUdpPO-
BaHHbBIe ()OPMBI CUTHAIOB. [Ipu sTOM "acTora auc-
kperusamnuu cocrasisaiaa 1 MI'm, pabounit quamason

gacror — 20— 400 k', gmwua BbIGOPKU (POpMBI
curgana — 2048 To4yek, aMIUTUTYIHBIN IIOPOT PETH-
crparun — 35 n1b. Ha mpenBapuTensHOM 3Tame

MpoBeJeHa KaATHOPOBKA A9 CHCTEMBI C UCIOJIb30Ba-
HHEM B KadecTBe MCTOYHHWKA B3BYyKA HMUTATOPA
Cy — Hunscena. B pesynprare oneHeHBI CKOPOCTh U
3aTyxaHue 3ByKa B 0eTOHE: CpeHss CKOPOCTh COCTa-
Buia 4,38 MM/MKC, KpuBas 3aTyXaHHUA 3BYKa, IIOJY-
yeHHas BOIM3YM UCTOYHUKA, IPUBEIeHa HA PHUC. 2.

CraguitHOCTh paspylieHus 6ETOHHBIX 06Pa3I0B
M3ydJaTh 1I0 JAHHBIM aKyCTHYECKOH SMUCCHHU, OIpe-
mensa AD XapaKTepPUCTUKM MOTOKA CHUTHAJIIOB HA
PA3IUYHBIX CTAMUAX HATPYKEHUS, B TOM YUCIIE CyM-
MapHOe YHCI0 CHTHANOB XN s5(f), aKTHBHOCTD aKy-
crudeckor smuccuu N u5 (1), a Takke bpy-mapamerp,
OTPAKAMOIINN 00 BBICOKOAMILIUTYAHBIX CHUTHA-
JIOB U OIleHUBAEMBbIH 110 COOTHOIICHUIO [14]

20 lOgNAB = const — bA3A(;[B)‘ (1)

Jlns olleHKH pasMepoB 30H AeopMaluu B Bep-
IIWHEe Haapes3a MPUMEHSIH JOKarui AD HCTOYHH-
koB. IIpm wucnerrammum wManbix obpasioB (L =
= 215 MM) BBINOJHAIA JAUHEHHYIO JIOKAIIHUIO, a IIPU
HCITBITAHUY CPEeIHHUX ¥ 00X 00pasios (L = 465
u L = 1075 MM) — TJIOCKOCTHYIO JIOKAIIMIO C WHC-
[I0JIb30BAHUEM YETHIPEX AATYMKOB, YCTAHOBIEHHBIX
Ha OIHOM cTopoue obpasia (cMm. puc. 1).

Ilnsa ompeneneHus pasMepoB 30HBI JIOKAIH3A-
n¥u paspyiienus (30HbI IIpollecca) B o6pasiie Hawu-
MEHBIIIETO0 pasMepa MPUMEHSIH YJIbTPAa3ByKOBOM

D25

Hamw A7

: :
an 6

Puc. 1. Cxema marpy:xenus (@) ¥ TeOMETPHUA HUCIBITAHHBIX
00pasIoB ¢ YKa3aHHOU PacCTAHOBKOM HaT4uKoB AJ (6)

Fig. 1. The loading scheme (a¢) and geometry of tested
samples with the indicated placement of the AE sensors (b)

Ammutyaa, 1b
oo
=]

-
=]

60

0 0,1 0,2 0,2
Paccrosinme, M

Puc. 2. AvmntygHas 3aBHCHMOCTS CUTHAIOB AD 0T paccro-
SAHUS [0 WCTOYHHKA UBIAyYeHHWs B3ByKa — HUMHTATOpa
Cy — HunbceHa: sKCrieprMeHTAIbHbBIE TOYKHA COOTBETCTBYIOT
TpPeM CEepPHUsAM U3MEPEHU; K03 (PUIMEeHT 3aTyXaHus1, OIIE€HEH-
HBIH 110 YIUIy HAKJIOHA KPUBBLIX, cocraBuia 0,12 nb/mm

Fig. 2. Amplitude dependence of the AE signals on the dis-
tance to the Hsu — Nielsen source. Experimental points cor-
respond to three series of measurements. The attenuation
coefficient value estimated from the slope of the curves is
0.12 dB/mm

Meto; Hepaspymaiiero KouTpoas [15]. Koaddu-
OUEeHT 3aTyXaHHud O IPOJAOJBbHBIX YJIbTPAa3BYKOBBIX
BosH Ha yactore 2,25 MI'T maMepann ¢ mOMOIIBIO
yaAbTpas3ByKoBOTO Aedexrrockona Epoch-4. Tuamerp
npeobpasosarensd cocraBiaan 10 mm. Kosddurment
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on AN/ dT_ E.]OX_ 5?[, 3aTyXaHUs YJIbTPa3BYKOBBIX BOJH OIPENENAIH IO
a >N - 250 ) (bOpMyﬂe
0,8 o 1'%%42s 1 A,
N - 200 oa=—In—tL
& 5l el - 2h A,
g ' 4 150 '
£ g b _ | " rae A; u A, , | — aMIIuTy a6l AD CUTHAJIOB.
'l 1190 | 4000 HomunanpHy0 mpodHOCTD (Oyp;,) OIEHHUBATH IO
MaKcuMaJabHOU Harpyske (P,), 3auKCHpPOBaHHOMH
G 150 {2000 1™° IIPHU paspylieHun o0pasios [16]:
N B e e 8w e ¢ ® one =Cy i’ (2)
Bpews, ¢ hD
dN/dT XN b
1 1k rme Cy — K03 uIEeHT, yIUTHIBAIOIIUNE GopMy
¥ 6 200 % obpasiia ¥ B HAIeM ClIy4ae IMPUHATHIH PABHBIM
054 4 10000 7 % eIuHHIIE.
< B fmo ] Pa6ory paspyIeHus (Wr) ompenensanu 1mo ILjio-
e 120 Imagu Imoj4 AuarpaMMOM Harpys:KeHHs 06pa3ua B KO-
22 03 1 100 - 8000 OpaVHAaTaX Harpy3Ka — IepeMelleHne, DHEPTHI0 Pas-
5 {15 pyuenns (Gy) — 1o cooTHoIeHu:o [17]
0.2+ ~ 4000 W
0.1 it J2000 ™ Gp :WF—'B), (3)
dN/dT 0
0,0 F2 s ; ] ! o do dos
e s e ‘WB I;gm,zg“ 0 30400 rme o — OTHOcWUTeNnbHAsA [JIWHA HAaApesa, paBHAT
dN/AT =N b OTHOIIIEHHIO [JIMHBI HAapesa K INIHpHHE o0pasma
7% (/D).
0.30j 8 b ||| EN o < 3000
025+ ‘/\A e 2500]" PesyanTarsl ncnbiTaHuHA
S 020 | 50 2000 B rabmure u Ha puc. 3 mpeacTaBieHbl MEXaHH-
s la YeCKHe W aKyCTHYeCKHe XapaKTepUCTHUKH OeToHa,
020"5' 1% 1] 7 OIleHEeHHbIE MPHU HKCIBITAHUU 00PA3I0B Pa3IHIHOU
el | B nuHbl U mmpuHel. [Ipu ucnbiTanuu 6eToHa, KAK U
12 JMO0BIX IPYTHUX TeTePOreHHbIX MATEPHAIOB, HAOIO-
5054 (%.N/d”f i ”1l:'*; w0 750 JlaJICST CYIIIeCTBEHHBIH Pa3bpoc sKCIePUMEHTATBHBIX
- M{m%}#’&’]ﬁﬂ.‘-l}'ﬁ h-? ' . , o Jo i mauuabix. [losTomy B Tabawuile ImpemcraBiIeHbI Cpe-
0 100 200 300 400 HHe 3HAYeHUd OLIEHEHHBIX XapaKTePHUCTHK, a Ha
Bpems, ¢ puc. 3 — THIHWYHbBIE AHATPAMMBbI 1e()OPMHUPOBAHU

Puc. 3. Jluarpamvser qed)opMHpOBaHusa U BPEMEHHBIE 3aBH-
CHIMOCTH TIOKA3aTeNlell aKyCTUYEeCKOM SMUCCHUU: AKTHBHOCTH
(N ), cymmapHoTo yncna curaanoB (XN ) u byy-apamerpa
IpY WCIOBITAHUU O00pasioB U3 0eTOHA TpexX pPasMepoB:
40 x 200 MM (@), 93 X 465 mMm (6) 1 215 X 1075 MM (8)

Fig. 3. Deformation diagrams and time dependences of the
acoustic emission parameters: intensity (IV ,p), total number
of signals (XN,g) and b,g-parameter upon testing concrete
specimens of three sizes: 40 X 200 mm (a), 93 X 465 mm
(b), 215 x 1075 mm (c)

W M3MEHEHU MOKa3zaTelied aKyCTHIEeCKOM dMUCCHUH.
I/IB 9TUX NAHHBIX ClIeayeT, 9TO XO0Td HOMHWHAJIbHAa
IIPOYHOCTH IIOBBIIIAETC C YMEHbIIIEHHEM pasMepa
obpasiia, pabora paspylleHus, OIleHeHHAas IIPU HC-
IIBITAHWH MaJIoTo 00pasiia, HaMHOTO HUKE IT0JIydYeH-
HOU 111 00pasIfoB OOJIBIIHUX Pa3MEpPOB. OTO CBA3AHO
C TeM, 4TO IIPX YBEIWYEeHUH pasMepa o0pasma ILIo-
agb IO KPUBOUM HATPY:KEHHUA PACTET, UTO, B CBOIO
ouepenb, ABISETCI CAeICTBHUEM PA3IUYINA B KHHETH-

Mexanuueckre u aKyCTUIECKHE XapaKTEPHUCTUKY OETOHA, OIleHEHHBIE IIPY UCIIBITAHUN 00pa3I[0B PA3IUIHOMN JAIWHBI U HIUPHUHbI

Mechanical and acoustic characteristics of concrete assessed by testing specimens of different lengths and widths

IMupuna obpasua D, mm P, xH Gy Hiu opn,» MIla bas 2Npp d.,/D
40 0,45 170 0,85 1,06 10383 0,19

93 0,70 221 0,49 1,27 9771 0,08

215 0,48 222 0,34 1,44 4036 0,03
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Ke 3apOKAEHUA U POCTa MATHUCTPATHHON TPEIIUHBI B
obpasiiax Tpex pasMepos.

Wzyuenne BpeMeHHBIX 3aBUCHMOCTEH IIOKa3aTe-
JIed aKyCTHIECKON SMUCCHH HCIBITAHHBIX 00pasIioB
(cM. pwuc. 3) ITO3BOIMIO OOHAPY:KHUTH CIEYIOIHE
0COOEHHOCTH.

1. Ilpu umcobiTaHUM MalbIX 00pPA3IOB TTHK aK-
TuBHOCTH A9 COOTBETCTByET MAaKCHMAIBHOH Ha-
rpyske (P,,,.). JlanbHeiinee HArpy:KeHHue IPHUBOIUT
K CHmKeHHu0 akTuBHocTH. Caeaymoomuil MUK COOT-
BETCTBYyeT Harpyske, cocraBiugoiiedt ~50 % P, ,..
Hab6aromaemble THKH COOTBETCTBYIOT JBYM TOYKAM
mmepesoMa Ha BpeMeHHOH 3aBHCHMOCTH CyMMAapHOTO
YHCIIa CUTHAJIOB aKyCTUIECKOH SMUCCUH.,

2. Ilpu ucnbiTanun 06pPAs3IOB CpemHEH TOJIIHU-
HBI IIMKM AKTHBHOCTH W TOYKH II€pejoMa Ha Bpe-
MEHHBIX 3aBHCHMOCTSIX aKyCTHUYECKUX [1apaMeTpOB
CMeEIIeHbI BIIPABO OT MAKCUMAaTbHON HATPy3KH.

3. Ilpu ucupiTanuu GONBITHX 00PABIIOB BTOPOM
UK CTAHOBUTCA MHOTO MEHBIIIE WU HCYE3aeT CO-
BCEM, & CyMMapHOe YWCI0 CUTHAIOB AJ, coOTBeT-
CTByIOII[ee TIePBOMY II€PEIOMY HA BPEMEeHHOH 3aBH-
CHMOCTH HAKOILIEHHOTO YKCJIa CUTHAJIOB, CTAHOBHT-
Csl BHAYMTENHHO 6OJbINe, YeM MPU HUCIBITAHUU 006-
PAasIioB APYTHUX pasMepOB.

4. HaOmromaerca IIOBBINIEHHE HAKOIIEHHOTO
YUCIa CUTHAJIOB AKyCTUYECKOM SMUCCHY C YMEHbIIIe-
HEEeM pasMmepa obpasiia.

5. Bpemenubie 3aBucHMOCTH byy-TIapaMeTpa
MMEIOT HEMOHOTOHHBIN XapakKTep, HO MaKCHUMAalb-
HOH HATPy3Ke Jalle BCero IpeallecTByeT ero CHH-
JKeHHEe, YTO IIOATBEPIKAAET BO3MOKHOCTH HKCIIOJb-
30BaHUsA HTOTO MApaMeTpa MPU MPOTHO3UPOBAHUU
paspyiieHus.

Pesynbrarer onenku bgy-mapamerpa IMpeacTas-
JIeHBI TAKKe B TAOIHIle U HA pUC. 4, Ile TOKA3AHBI
aMILIMTYAHBIE PACIIPeNeIeHus CUTHAI0B AJ, omwu-
ChbIBaeMble CTETIEHHBIMH COOTHOIIIEHUAMHU C ITOKAa3a-
TenaMH, paBHbBIME bjy-mapamerpam. W3 mpeacras-
JIEHHBIX JAHHBIX CJIEefyeT, YTO yKAa3aHHBIA mapa-
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Puc. 4. AvMnnurynsble 3aBHCHMOCTH HAKOIJIEHHOTO YHCTIA
CUTHAJIOB aKyCTHYECKOHM SMUCCHHU U 3Ha4YeHUd b,,-mapamer-
pa, OLleHeHHbIe 1 00pPasIioB PasHOro pasMepa

Fig. 4. Amplitude dependences of the accumulated number
of acoustic emission signals and b,-values estimated for the
specimens of different sizes

MeTp BO3pacTaeT ¢ yBeIHUYEeHHEM pasMmepa obpasiia
¥ er0 3aBUCUMOCTD OT IITUPUHBI 00pasiia D BeIipaka-
eTCd CTEeNeHHBIM COOTHOIIEHWEM C II0Ka3aTesaeM

~0,18 (R? = 0,99) (puc. 5):
bA3 = 0,5D0’18.

SaBI/ICI/IMOCTB HaAKOIVIEHHOI0 4YHCjIa aKyCTHYEeCKHX
curHasmoB XN,y TaKKe OIMUCHIBAETCA CTEIIEHHOH 3a-
BHCHMOCTBIO ¢ IokaszareireM ~—0,55 (R2 = 0,99):

ZNAQ = 6,2D70’55.

Bosuukaer Bompoc, kKakoBa NpUYNHA CHUKEHUST
HaKOIIEHHOTO YKCJIa aKyCTHUYECKHUX CUTHAJIOB U II0-
BBIIIEHHS bpy-TiapamMerpa A9 ¢ yBeJIHYEHHEM pas-
Mepa obpasia? Bo3amo:xHO, OTBET HA STOT BOIPOC
ClleyeT UCKAaTh B CTPYKType HCcIenyeMoro 6eToHa,
BepHee B M3MEHEHWU OTHOCHUTEIBHOHW JONHU CTPYK-
TypHO# HeopHOpoaHOCTH (d ,/D), KOTOPasA yBemmau-

0,04

0,24
0.3+
044

0.5+

T T T T T 1
1.9 20 21 22

log D

T
1.7 18

Puc. 5. 3aBucumoctu b,,-n1apamerpa, sHepruu paspyuieHusa Gy (@) 1 HOMHHAIBHOM IIPOIHOCTH Oy, (6) oT pasmepa obpasma D

Fig. 5. The dependences of the b,g-parameter, fracture energy G (a) and rated strength oy, (b) on the specimen size D
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Keopmeara ¥ <-> Koopmesama X <14, 12 Mox(1]

Keopmeara ¥ <-> Koopmesama X <14, 12 Mox(1]

140 c

Koopmeara Y <-> Kocpmesama X <14, 1> Mox(1]

0 30 100

150 200 250 300
Bpewms, ¢

Puc. 6. Pesynbrars! mokaruu A9 curaanos (@) ¥ BpeMEeHHbIE 3aBUCHMOCTA HOMUHAILHOTO HATIPSAMKEHH U PasMepa 30HbI JIOKa-
nusanuu paspyuenus R (6) B o6pasie Hanbosbiiero pasmepa (D = 1075 mm)

Fig. 6. The results of the AE signal location (a) and the time dependences of the rated stress and size of the zone of fracture

localization R (b) in the largest sample (D = 1075 mm)

BaeTCs ¢ YMeHbIIIeHneM pasmMepoB obpasia. Coriac-
HO [aHHBIM, [PEACTABIEHHBIM B TAOIHIE, YHCIO
curHaiioB Ad pacrer, a bpy-IapaMeTp CHHUKAETCS C
yBeIWYEeHWEeM OTHOCHTENIHHOM 0K CTPYKTYPHBIX
HEOTHOPOIHOCTEH.

YBenuuenve MIMPHUHBI 00pasiia, Kak IOKA3aHO
Ha pHC. 5, @, TPUBOAUT K POCTY SHEPTHH paspylie-
uuA Gy, HO CHIKEHHMIO HOMUHATBHOTO HANPAKEHUA
oy, (cM. puc. 5, 6), oreHeHHBIX 0 opmyaaMm (2) u
(3). ¥Yronm makmona saBucumocTtu log oy, —logD co-
crasisier 0,54, 94T0 OJIM3KO K 3HAYEHHUIO STOTO MOKA-

3arens, paBaoro 0,5, coraacHo TMHEHHOM MeXaHUKe
paspy1iieHus.

Takum o006pasoM, OpW HCUOBITAHUH O06PA3IOB
Tpex pasMepoB BBIABIEH MacIITabHbIH 3(QexT,
CBA3AHHBIN C YBEIUIEHHNEM SHEPTHHU PA3PYIIEeHUT U
CHIKEeHHEM HOMUHAIHHOM IPOYHOCTH IIPH YBeInde-
HUY pasMepoB 00pasiia, 4To COTIACYEeTCS C JaHHBIMU
pa6or [5, 18]. YcraHOBIEHO, YTO C YBEIHIEHHEM
pasMepa obpasiia akKyCTHYeCKHe CBOMCTBA 6GeToHa
M3MEHAITCA — TOBBIMIAETC bay-TIApAMeTp W CHH-
sKaerca XN pp.
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Pesynbrars! nokanuu curaasos AD Ha pasiind-
HBIX CTAUAX HATPY/KEHUSI U 3aBUCHMOCTH pasMepa
30HBI JTOKATU3AINU Pa3pyIIEeHUs OT BpeMEeHHU IIpe]-
crasjeHbl Ha puc. 6. BugHo, 4To pasmep 30HbI JIOKa-
JU3AIUA PaspyIlIeHus MOHOTOHHO BO3pPacTaer IIo
CTETIEHHOMY 3aKOHY, JOCTHUTad MaKCUMAaJIbHOTO 3Ha-
YeHUA NPHU OKOHYATEIBHOM paspylleHuu obpasiia
(cM. puc. 6, 6).

Ha o6pasmax mensbirero pasmepa (40 X 200 mm)
MPOBE/IeHe JIOKAIUY CUTHATIOB AD OBLIO0 3aTpyIHe-
HO W3-3a OJIU3KHX pasMepoB o06pasiia W JAaTINKOB
A3. Tlosromy 1151 ompeesieHnuss pa3MepoB 30HBI JIO-
KaJus3aluy paspylieHns Ha Majabix 00pasiax u3Mme-
pAIu Koa(ppUIIMEHT 3aTyXaHUs IIPOHOJIbHOM yIIbT-
pasByKOBO# BosHEI (a) Ha yacTore 2,25 MI't. 13 mo-
JIy4eHHBIX Pe3yIbTaTOB CIeAyeT, 9TO IPH yBeaude-
HHUU PACCTOSHHSA OT U3I0Ma obpasia KoadduiresT
3aTyXaHWsI (I YMEHBIIIAETCS HA YyYACTKe MPOTIKEeH-
HocThi0 10 — 30 MM mouTu B yerhipe pasa (puc. 7).
ITomo6HOe moBemenue 3aBucuMoctH o = f(L) xapak-
TEPHO I METANIMIECKUX MaTEepHajoB U 00yCIOB-
JIGHO YMEHBIIIEHHUEM IIOBPEKIEHHOCTH MaTepHaia C
yBelmueHueM paccrosguus L or maioma obpasiia,
YTO, OYEBHIHO, ©UMEET MECTO U B CiIydae oOpasia us3
6erona. Pasmep 30HBI JIOKAIM3AIMH IPOIiecca pas-
pyienns cocrasiser ~20 mm. Ha cnemyromem yua-
cTKe (IIPOT:KEHHOCTHI0 25 — 45 MM) 3HaYEeHHUA KO-
adpdurrenTa 3aTyXaHUA A OCTAIOTCA IIPAKTUIECKH
MMOCTOSTHHBIMM W MHUHUMAJIBbHBIMH, a jajiee CHOBA
Bo3pacramT (cM. puc. 7).

IloBritiienne KoappuiirieHTa 3aTyXaHuA C yBe-
JMYEHUEM PaCCTOSHUA OT U3JI0Ma, 0COGEHHO 3aMeT-
HOE BIOJIb HAIIPABIEHHS 3, MOKET ObITh BBHI3BAHO
HEOTHOPOMHOCTBIO CTPYKTYpPbI 0eTOHa 10 JIHHE
obpasma [15].

Il HemoBpeKIeHHOM 30HBI 00pasia 3HAYCHHU
K09(P(PUIIHEHTOB 3aTyXaHWs, MOJYIEHHbIE METOI0M
A9 (cMm. puc. 2) U yabTPA3BYKOBBIM MeTOmOM (CM.
puc. 7), okasamuch Ommskumu (~0,12 nb/Mm), mHe-
CMOTpS HA Pa3IUYHbIE AWAMA30HBI U3MEPEHUH —
20 — 400 gI'q u 2,25 MTI't; cooTBETCTBEHHO.

OO6Hapy:KeHHBIH IPH UCIBITAHUY OETOHHBIX 00-
pasioB pasMepHbId 3(p(PEeKT B OCHOBHOM COIJIACyeT-
cs1 ¢ maHHbIMH pador [5, 18]. OgHako, Kak moKasaHo
BBIIIIE, IPOBEIEHHOE UCCIeI0BAHNE IIOKA3AJI0 BJIUA-
HEe pa3Mepa 00pasIloB U HA aKyCTHIECKUe CBOMCTBA
6eToHa, 00yCIOBIIEHHOE, BEPOATHO, CTPYKTYypPO# Oe-
tona. [logTBep:xmenrie HAOIOIAEMOTO POCTA YUCITIA
CUTHAJIOB AD ¢ yBeJIWYEHHEM OTHOCHUTEIIHLHOHN I0JIu
CTPYKTYPHBIX HEOTHOPOTHOCTEH MOKHO HAUTU B pa-
6orax [9, 19]. Taxk, aBropsr [9] obHapy:xuIHM, UITO
YHCII0 W aMIUTUTYA (9HEepPrud) CUTHAJIOB aKyCTHhde-
CKOH SMHCCHUH B KOMIIO3MI[MOHHOM MaTepuaje, CO-
Iep:KalneM MOHOPasMepHbIe CTeKISHHbBIE YaCTHUIIbI,
B HECKOJIBKO pa3 BbIIIe, YeM B I[EMEHTHOH I1acTe, He
coziep:kaiies yactun creknaa. 1lo MHEHHIO aBTOPOB,
MPUYUHON yBEIUYEHUS YHC/Ia CUTHAJIOB AD Moriau
CIIy:KUTh MUKPOCTPYKTYPHbBIE ITIPEISITCTBUSI B BHUJE

0,5

0.4

0,1

0 20 40 60 80 L, MM

Puc. 7. 3aBucumocTu u3MeHeHHUs Kod(uIimeHTa saryxa-
HHA O IPOJOIBHOU yIBTPA3BYKOBOM BOJIHBI OT PACCTOAHUA L
ot uzmoma obpasma pasmepom 40 X 200 MM, OJIyIeHHBIE 110
JaHHBbIM I/I3MepeHI/Iﬁ BIOJIb TPEX TOPU30HTAJIBHBIX HaIIpaBJjie-
uui (1, 2, 3) Ha GOKOBOM MMOBEPXHOCTH 06pasIa: IITPUXOBbIE
JIMHUYW — T'PAHUIIBI 30HBI JIOKAJIU3AIUHU IIpollecca paspylie-
HuA (30HBI IIpoIIecca)

Fig. 7. The dependences of changes in the attenuation coef-
ficient a of a longitudinal ultrasonic wave on the distance L
from the specimen fracture obtained from measurements
along three horizontal directions (1, 2, 3) on the lateral sur-
face of the specimen (40 X 200 mm). Dashed lines mark the
boundaries of the fracture zone

CTERJITHHBIX c(ep, KOTOphIe, KPpOMe TOTO, BHI3HIBA-
1 06pas3oBaHue MHOTHX MeJIKuX TpelfuH. CoriacHo
[19], pasmep HAMOJIHUTENIA B BHICOKOIIPOYHOM 6ETO-
He ABJAETCA BAKHBIM (PAKTOPOM, OIPEIesISIOIAM
XapaKTePUCTUKN PaspyIlleHus, B YACTHOCTH, DHEp-
THI0 PaspylleHusd U TPEIIHHOCTOMKOCTh, KOTOpbIE
BO3PaCTAlOT C yBEJIIMUYEHUEM pa3Mepa HAIIOJTHUTEI,
a Tak:Ke BUJ U XapaKTePHYIO IJIUHY TPEIAHEI.

Pons mamosmHuTEnA OpoOmEeMOHCTPHPOBaHA U B
pabore [20], rme moKaszaHO BIMSHHE IIPOIIEHTHOTO
coZiep:KaHusl Pe3UHOBOM KPOIIKKW B 0eTOHe Ha Bpe-
MeHHbIe 3aBUCHMOCTH HATPy3KU CIKaTUd, AKyCTH-
YeCKOUM aKTUBHOCTU U IOPOTOBBIE 3HAYEHUA KyMYy-
JIATUBHOTO yucjia curaamos AJ. Asropsr [20] obHa-
PY/KHIIH, YTO TIEPBBIM MepeioM Ha KPUBBIX KyMyJId-
THBHOTO YHCJIA CUTHAJIOB AO, CBI3aHHBIA C PE3KUM
yBeJIMYeHUEeM YHCIA CUTHAJIOB, COOTBETCTBYET MakK-
CHMAaJIbHON HArpysKe Ha AWarpamMMe HATPY:KeHUsd,
MPAYEM C YBeJIMYEHUEM COJAepP:KaHUsI HAIIOJHUTEJIS
KPHUBbIE KyMYJISITHBHOTO YHCJIA CUTHAJIOB CMEIAi0T-
¢Sl BIIPABO II0 BPEMEHHOM OCH U UX HAKJIOH YMEHb-
maercs. Ilomo6ubri sdpdert HAbMIOmANICTI W B Ha-
[IAX DKCIIEPUMEHTAaX, HO ObLI 00yC/IOBIIEH M3MEHe-
HHEM pasmepa obpasiia.

Tak, us puc. 8 ciemyer, 4TO MPH yBEIHYEHUU
pasMepa 00pasIOB KpUBbIe CyMMApPHOTO YKCJIA CHT-
HAJIOB CMEI[Aa0TCsI BIIPABO 10 OCH BPEMEHH, IIPH-
yeM, kak u B [20], mepBbIi mepeaoM Ha KPUBBIX I10-
SIBJISETCA IIPH Harpyske, OJM3KOM K MaKCHMAaJIbHOM
(obosHauena kpy:xroMm Ha puc. 8). CymmapHoe uuc-
JIO CUTHAJIOB, COOTBETCTBYIOIIlee KaK IepPBOMY, TAK U
BTOpOMy TmepemoMy (0603HAYEH KBagpaToM Ha
puc. 8) U HaKIOH (M) CpeIHero y4yacTKa dTHX KpPH-
BBIX (m pasuo 209,5, 121,6, 43,5 nna mamnoro, cpea-
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Fig. 8. Fracture diagrams and corresponding time
dependences of the accumulated number of acoustic emis-
sion signals (XN) for the specimens of three sizes

HEero u 00JBIIOr0 00Pa3I0B COOTBETCTBEHHO) CHHU-
JKAIOTCA ¢ YBeJIHYeHneM pasMepa o0pasia.

B ornmume oT maHHBIX, NPENCTABIEHHBIX B
[20, 21], HA KpWBBIX YHCJIA CUTHAJIOB OOHAPY:KUBA-
IOTCA IBA IIUKA aKTUBHOCTH (CM. puC. 3), IOSBIEHHE
KOTOPBIX MOKET 6])ITI> CBfA3aHO C OT/IMYHEM CXeMBbI
Harpy:xenus: cikatueMm B [20], pactskenuem [21] u
TPEXTOUYEYHBIM H3TUO0OM IPHU UCIBITAHUN OETOHHBIX
o0pasios. B mocienneM ciiydae B CHILy HEOIHOPO-
HOCTH HATPY/KEHUS 110 CEYEeHMI0 o6pasiia pocT Tpe-
[AHBI, HAGI0MaeMOH IPH JIOIUPOBAHUY CUTHAJIOB
A9 (cm puc. 6), HAYMHAETCA OT HAApe3a, 3aTeM He-
CKOJIBKO 3aMejjIfeTcs B 00JacTh HEeUTPAIbHOU OCH
obpasiia u fanee MPOIOJKAETCS 0 MOJHOTO Paspy-
[IIEHHUS.

CrpyKTypHBIE HEOTHOPOTHOCTH OETOHA OKA3bI-
BAIOT BJIMSHWE W HA CKOPOCTh PACIPOCTPAHEHUS
YABTPa3BYKOBOU BOMHBI [22 — 24]. Pesynbrarsi, no-
JyJeHHbIe B JAHHON paboTe, CBUAETENBCTBYIOT O
IOCTATOYHO CIIOKHOM XapaKTepe W3MeHEeHHI K03(g-
(urmenTa 3aryxaHus yJIbTPasByKa 0 B 3aBHUCHUMO-
CTH OT PACCTOSHHS OT HM3JIoMa 00pasma, 4ro 00y-
CJIOBJIEHO, BEPOSITHO, HEOAHOPOAHOCTHIO CTPYKTYPbI
obpasrma.

Brisoanl

Ilokasamo, yTo pasmepHbii 3(PPEKT IPH UCITHI-
TAaHWW HA TPEXTOYEYHBIH W3rub o6pasioB GeroHa
knacca B25 (R = 28 MIla) cBA3aH cO CHHKeHHEM
I 00pasI[oB OOJBINIAX Pa3MEePOB HOMHHAIHHOTO
HAPSKEHUA U HAKOIIEHHOTO YHC/Ia CUTHAJIOB aKy-
CTHUYECKOH SMUCCHH, YBEIUUYEHHEM SHEPTUH Paspy-
reHus u by-napamerpa. MlsMeHeH#ne aKyCTHUECKUX
MoKasareneil KOppeIupyerT ¢ M3MeHEeHWeM OTHOCH-

TEJILHOH [0JIM HEeOTHOPOIHOCTEH B CTPYKType OeTo-
Ha, MEHAIOIIEeNCcA C yBeIuIeHneM pasmepa obpasiia.

B ycnoBuAxX cuibHO 3aIyMJIEHHOTO YJIbTPa3BY-
KOBOTO CHTHAJa, KOTJa H3MEepeHue CKOPOCTU pac-
MPOCTPaHEHUA YIbTPa3BYKOBBIX BOJIH, OOBIYHO HC-
[IOJIb3yeMoe JIJIs1 OLIEHKU IIPOYHOCTH 6eToHa, 3aTpy/I-
HHUTEJIbHO UM HEBO3MOKHO, U3MEpeHue Koo uiiu-
€HTa 3aTyXaHWuA A YILTPa3ByKOBOM BOJIHBI, II0 BCEH
BUIUMOCTH, IIO3BOJIAET OILIEHUTH pasMepbl 30H JIO-
KaJu3alluy Ipollecca paspylleHus B oOpasiax w3
GeroHa.
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Pa6ora BbinosHeHa IpU (PUHAHCOBOM OIEPIK-
ke Poccuiickoro ¢ouma qyHIaMEHTATBHBIX HCCIIe-
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Bnarogapst yHUKAIBHBIM (PH3UKO-XUMUYECKHAM CBOMCTBAM M OMOCOBMECTHMOCTH OaKTepHAIbHAS
[IEJUTI0I03a UMeeT MHOKEeCTBO IIpUMeHeHUH. Bo MHOTHX ciIy4asx MCIOIbh30BaHUSA OaKTepHalb-
HOM IeJIII0JIO3bI BAJKHO 3HATH €€ MEXaHWYEeCKHe XapaKTepHcTHKu: Moayih HOHra, mpodHOCTH
[IpY pasphbIBe, OTHOCUTENBHOE YIJIMHEeHNE IIPU MAaKCUMAJIbHON Harpyske. Pasnoobpasue mero-
JIMK He [T03BOJIAET CPABHUTH [TOIyYeHHbIe PA3HBIMH HCCIEJ0BATEIAMHI PE3yIbTaThl TEPMOMEXa-
HUYECKOTO aHaIn3a 0aKTepuaIbHOM 1eimiono3bl. OqHAKO CYIIECTBYIOINE CTaHAAPTHI OIIpesie-
JIEHUST MEXaHUYECKUX XaPAKTEePUCTHK He [IPeHA3HAYEHBI /I BBICOKOTHAPATHPOBAHHBIX 00pas-
[I0B ¥ HE YYUTHIBAIOT YCI0BHUsA UX mpuMenenus. [{eras paboTsr — paspaboTKa METOLUKY HCIBITA-
HUU HA PACTSKEHUE THAPATUPOBAHHBIX Iellb-IUIEHOK OAKTEPHAIBHOMN IeJITI0I03bI ¥ CPABHEHUE
[IOKAa3aTeNs UX OTHOCUTEIBHOIO YIJIMHEHUA IIPY HCCIeJOBAHNY HA BO3JyXe W B BOJHOH cpefe.
O6pastip! 471 UCCIeT0BaHIA ITOIYYATH HA CHHTETUIECKOM ITUTAaTeIbHOH cpefie, B KauecTBe IIPo-
IYILIEHTa UCIIOIB30BAIN CUMOMOTHIECKYI0 KynbTypy Medusomyces gisevii Sa-12. ®usuro-mexa-
HUYECKUI aHAJIN3 IIPOBOJUIN Ha TepMoMexanmdeckoM aHamsarope TMA-60. B xoxe uccuemo-
BaHUS MMOJ0UPAIA TAKYI0 CKOPOCTh HATPY!KEeHWs, IIPU KOTOPOM HE IPOUCXOAMIIO BBICYIIINBAHIE
o0pasIia Ipy UCIBITAHUAX HA BO3Myxe. MUKPODHOPHUIAPHYIO CTPYKTYPY 00pasioB 6aKTeprab-
HOM I[eJITI0JIO3BI UCCIIEOBAIIH [0 U [I0C/Ie PACTSKEHUA METO0M PACTPOBOM 3JIEKTPOHHON MHK-
pockormu (JSM-840). Pesynbrars! ucciienoBanuii IOKA3aIH, YTO IIPY PA3INYHBIX CKOPOCTAX Ha-
TPyKeHUs IIPOIHOCTH Ha pa3phIB pasnuuaerca B 16 pas, moxyas FOura — B 1,3 pasa, a otHOCH-
TeJIbHOE YJINHEHNE IPY MAKCUMAaIbHOU Harpyske — B 1,5 pasa. MakcuMaibHOE OTHOCUTETIHHOE
VIJIMHEHUe THIPaTHPOBAHHON OaKTepPHAIBHOMN 1IEJUII0I03bl B BOIHOM cpene cocTaBwio 51,4 %,
gt0 B 3,1 pasa Gonblile, 4eM MIPH pacTaKeHn: 06pasiia Ha Bo3ayxe. PexoMeHn0BaHHAS CKOPOCTD
Harpy:xeHud cocrasmia 20 r/muH. B mporecce pacTaxeHns u3MeHaeTCA CTPYKTypa 6aKTepraib-
HOM IIEJUIIOJIO3BL: IIOC/IE€ HCIIBITAHWIA BOJIOKHA OAKTEPHAIBHOHN IIEJUII0JIO3bI BHICTPANBAIOTCH
BIIONIb BeKTOpa Harpy:kerus. CTpyKTypHpOBaHHAA TAKAM 00pa3oM GaKTepruaIbHAas 11eJLIII03a
npuobpeTaeT aHU30TPOIIHBIE CBOKCTBA.

KaroueBsle cioBa: ruaparupoBaHHas OaxrepuanbHas 1nesunosnosa; Medusomyces gisevii; me-
XaHMYEeCKHe XapakTepUCTHKN; Moay b OHra; TepMOMexaHIMIeCcKHi aHAIN3; OTHOCUTEIBHOE Y-
JIMHEHUE; PACTPOBAs JIEKTPOHHAA MUKPOCKOIIH.

TENSILE TEST FOR HYDRATED GEL-FILMS OF BACTERIAL CELLULOSE
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Bacterial cellulose (BC) finds multiple applications due to unique physicochemical properties and
biocompatibility. The mechanical characteristics of hydrated BC such as Young modulus, tear strength,
and tensile elongation under maximum load are crucial in some instances. The diversity of test methods
does not allow correct comparison of the results of BC thermomechanical analysis (TMA) obtained by dif-
ferent researchers. However, current standards for determination of the mechanical characteristics are
not intended for highly hydrated samples and do not take into account conditions for their use. The goal of
the study is to develop a tensile test method for hydrated gel films of bacterial cellulose and to compare
their relative elongation when tested in air and in an aqueous medium. Test samples were produced in a
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synthetic nutrient broth using Medusomyces gisevii Sa-12 symbiont. Physico-mechanical analysis was
performed on a TMA-60 thermomechanical analyzer. The loading rate was selected proceeding from the
requirement that the specimen will not dry out when tested in air. The microfibrillar structure of BC sam-
ples was studied before and after stretching using scanning electron microscope (JSM-840). The results
showed that at different loading rate, tensile strength varies by a factor of 16, Young’s modulus, and elon-
gation at maximum load by a factor of 1.3 and 1.5, respectively. The maximum tensile elongation of hy-
drated BC in an aqueous medium (51.4%) is 3.1 times larger compared to that determined for the test
specimen tested in air. The recommended loading rate is 20 g/min. The BC structure changes during ten-
sion: after testing the BC fibers line up along the load vector and thus structured bacterial cellulose ac-

quires the anisotropic properties.

Keywords: hydrated bacterial cellulose; Medusomyces gisevii; mechanical behavior; Young modulus;
thermomechanical analysis; tensile elongation; scanning electron microscopy (SEM).

BBenenune

Iennrono3a — caMbIii pacpoCcTpaHEHHBIH OHO-
MoIMMep Ha 3emiie, IPUPOCT ero MacChl COCTABISIET
okosio 180 mipx T B rox. OTOT GHOIOJMMEP IIpe-
cTaBiIsIeT COOOH JMHEWHBIN ITOJHCAXapHUl, COCTOS-
mui u3 ocrarkoB [-1,4-rmoko3wl. IIpogyrupyercs
OH IIMPOKUM KPYyrOM OPTaHW3MOB, BKJIOYAd pacre-
Hus, Bogopociau u 6axrepun [1, c. 3382]. Haubomee
pacmpocTpaHeHHBIM MCTOYHHUKOM II€JITI0I03bI SBII-
I0TCA PaCTeHusd, OTHAKO OHU COJEP:KaT TaKue TPYI-
HO OTJejseMble IPUMECH, KaK T'eMHIIeJUII0N03bl U
aurauH. Haubonbuinit ©HTEpEC B MOCIEAHUE TOIBI
IpuBJieKaeT baxrepuanbHas 1eurono3a (BI]) 6xa-
roziaps CBOMM YHUKAIHHBIM CBOMCTBAM: OTCYTCTBHUIO
HEIIEJITI0ONI03HbIX KOMIIOHEHTOB, BBICOKOM KpHCTAJ-
JIMIHOCTH, OMOCOBMECTHUMOCTH, & TaK/Ke BBICOKHM
3HAYEHHUAM MEXAaHUYECKUX XapaKTePUCTHK, 00y-
CJIOBJIEHHBIX HAHOCTPYKTYPOH, KOTOpas IPEeJCTaB-
sseT co00H CIydaiHyl0 TPEeXMEPHYIO CEeTh BOJIOKOH,
COCTOAIINX M3 HAHOPA3MEPHBIX (PUOPUIT, IIeperie-
TaImuxca B JeHTbl guamerpoMm 30 — 50 uM u 1mH-
Hoit 1 — 9 MmukpomeTpos [2, c. 510].

Mexannueckne xapaxrepuctuku bBIl upes-
BBIUAMHO BaJKHBI, ITOCKOJBKY €€ HCIIONb3YIOT IpU
W3TOTOBJIEHUU TEPEBA30YHBIX MAaTepHANOB [3,
c. 55], uckyccTBeHHBIX cocymoB [4, c. 2], 6uomoru-
YeCKHU pasjaraeMou YIaKOBKHU [JIf MUIIEBBIX IIPO-
IYKTOB, 3JEKTPOAKyCTHUECKHX IpeobpasoBarene
[5, c. 1189]. [l/1s1 HEKOTOPBIX IPUIOKEHHUH Tpedyer-
¢ He TMPOCTO IpefesbHas MPOYHOCTh, & COOTBET-
CTBHE MEXAaHUYECKUX XapPaKTEPUCTHK 3a[aHHOMY
nuanasony. Hanpumep, npu npumenennu Bl B xa-
YeCTBe MOMJIOKKH JJIs PereHepanuy KOCTHOM TKaHHU
HEOOXOMMO COOTBETCTBHE ee CBOMCTB 3aMella-
emoMmy 00BeKTy [6, c. 36], uTo TpebyeT BHICOKOM TOY-
HocTu m3MepeHud. Bo mMHormx mnpuioskenusax BI]
KCIIOIb3YIOT B KauecTBe refib-IJIEHOK He TOJIbKO Ha
BO3/lyXe, HO U B BOJHOM cpee (HampuMmep, paHeBbie
TIOKPBITHA). A MEXaHUYECKUE CBOUCTBA I'eIb-IIIIEHOK
BIl u Bwicymennou BIl mpuHIimunuanbHO OTIMYa-
F0TCS, TI0ATOMY JIJIS TIOJIydYeHus TPebyeMoil TOUHOCTH
U3MEepeHn Heo0XOMUMO Ha MPOTIKEHUH BCETO HC-
CIeIOBAaHUA IIOANEPIKUBATH IJIEHKH B THAPATHUPO-
BaHHOM cocTosguuu. CyIecTByIIe CTaHIAPThI HUC-
MBITAHUSA HA PACTS/KeHHe He MPeTHA3HAYEHBI It

BBICOKOTHAPATHPOBAHHBIX 00pa3Ii0B U HE YYUTHIBA-
0T yCIOBHsA OymyIiiero mpuMenenns. M3 mureparyp-
HBIX MCTOUYHHUKOB CJIELYET, 4YTO pasbpoc MAHHBIX IO
MeXaHUYECKUM XapaKTePUCTHKAM Iellb-IieHOK DIl
BEJIMK, YTO, BEPOSATHO, CBI3aHHO HE TOJILKO C PA3HH-
el B cBoiicrBax obpasmoB Bll, momyuennsix B pas-
JINYHBIX YCJIOBHUAX, HO M C OTCYTCTBHEM OOIIHUX
CTAHAAPTOB IpoBexeHus ucrbiTanui. OTcioma Bo3-
HHUKJIA 3a7a4a paspaboTKH METOINKH MCCIeOBAHMUSI
MexaHudeckux csBoiictB Bll, amamrupoBamHO# 110
ee YHHKAJIbHBbIE XAPAKTEPUCTUKHA U YCJIOBUA IIPH-
MEHEHWS.

Ienp manHoi paborThl — paspaboTKa METOTUKN
WCIBITAHUN HA PACTIKEHHE BBICOKOTHUIPATHPOBAH-
HbIX renb-maeHok BlI, a Tak:xe cpaBHeHue ITOKasa-
TeJIsi OTHOCUTENbHOTrO yaytunenus B mpu ucenemo-
BAHWU HA BO3JyXe U B BOIHOM Cpeje.

Meromurxa HMCCIEIOBAHUA

Pearxmusuwt u ob6opydosarue 0as nposederus uc-
cnedosanuti. B xome paboThl MCIIOIB30BAIH CIIELY-
IOIlFe pPeakTuBbl: rumpokcun Harpusa (uga, 000
«Heoxum», Poccus), comamyio ruciaory (xu, OO0
«TK AHT», Poccus), raorosy (OO0 «ITomuxpom»,
Poccus), gain (OO0 «OPHMMMU», Poccust), mucrui-
JIMPOBAHHYIO U JeHOHU30BAHHYO BOIY.

BakrepuanbHyio IMeJTI0N03y KyJAbTHBHPOBAIN
B Tepmocrare TC-1/80 CIIY (Amenuc UmxnHUpHHT,
Poccusa). AKTHUBHYIO KHCIOTHOCTH H3MEPSIH IIPU
momoru uoHomepa HM-160 MU (MsmepurenbHas
TexHuka, Poccus). McnblTanre Ha pacTsKeHHe Ipo-
BOAUANM HA TEPMOMEXAHWYECKOM AaHAIM3aTOpe
TMA-60 (Shimadzu, Aoonus). Cuumru BII gemanu
[P IIOMOII[A PACTPOBOTO JIEKTPOHHOTO MHUKPOCKO-
rma mapku JSM-840 (JEOL, dmnouus). Pa6ory BbI-
TIOJTHSAIH HA 000pyI0BaHNK BHiicKOro pernoHaabLHoO-
ro IeHTpa Ko/urekrTuBHOro moabzoBanuas CO PAH
(UIIXST CO PAH, r. Buiick).

EKyavmusuposarue 6akmepuaibHoll yeaniono-
3ul. B KayecTBe IpOyIieHTa UCIIOIB30BAIN CUMOMO-
THYECKY0 KyabTypy Medusomyces gisevii Sa-12, us-
BECTHYIO B 3aIlaJHOH JHTeparype Kaxk xombyua [7,
c. 63]. KynpTuBupoBaHMe NPOBOAUINA HA CHHTE-
THYECKOM cpeje, COCTOSINEH u3 IoKo3bl (20 r/n) u
9KcTpakTa depHoro 4dasg (5 r/m cyxoro uas), mpu
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Puc. 1. Kpussie nedopmaruu obpasua renb-mieHkn Bl
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Fig. 1. Deformation curves of the BC gel-film at a loading
rate of 5 g/min (a), 10 g/min (), 20 g/min (c)

27°C B craTU4YeCKUX YCIOBHUAX HA MPOTIKEHUU
BOCBMU CyTOK. MCIosib30Ba CEMHUCYTOUYHBINH HHO-
KyJIAT, JO3UPOBKa KoToporo cocrasiaana 10 % or
obbemMa cpejbl.

[lomyuenuble renb-IIEHKH  OaKTepHATBLHOMN
[eJTI0I036l  oOpabaTbiBamu 2 %-M  PacTBOPOM
NaOH B teuenne cytox mpu 20 °C, 4T06BI yAATUTD
MMMOOUIM30BaHHbIE HA IJIEHKE KJIETKH W JpyTrue
TIPUMECH, [ajiee MHOTOKPATHO ITPOMBIBAJIM JUCTHUJI-
JIMPOBAHHOM BOJOH, IOCIE Yero oopadaTbiBaiu pas-
6asiaennbpiM pacrBopom HCl (pH 3) mna ymamenws
KpacAlIuX BeIIeCTB, & 3aTeM HPOMBIBAIH JUCTHII-
JIUPOBAHHOU BOMIOM 10 HEUTpaIbHOTO ypoBHA pH [8,
c. 181].

Hcenvimarnue na pacmasncenue. O6pasupl mau-
HOI 13 MM (PMKCHUPOBAIM B CIIEIMATBHBIX 3aKAMAaX
W Harpy:Kajad A0 MaxkcuMaiabHoM Harpysku 400 r;
TeMIleparypa IpoBefeHusa ombiTa — 23 + 2 °ClL
TonmuHy W3MepanyW Ha TONIIMHOMEPE B COOTBET-
CTBHH CO CTAHAAPTOMZ, MOAM(UIIMPOBAHHBLIM IS
obpasmos renb-mwaeHok BIl. Momudwukanusa saxiro-
YaeTci B WCIIOJIB30BAHUU HW3MEPAIONIENd IIOBEPX-
HOCTH AVaMeTpOM 26 MM U BpeMeHHU BO3JeHCTBUA
120 c.

Hcnbrranus Ha pacTs:KeHHe CyXuxX 00pasiioB
BI (cymika Ha BO3ayxe B pacIpaBiIeHHOM COCTOSA-
HUY) TIPOBOJIVIIM CO CKOPOCTBIO HATPY:KEHUA 5 T/MUH
[9, c. 110] — naTukpaTHO.

IlonydyeHHBbIE PE3YJABTATHI H HX OOCY:KIEHHE

Ha pwuc. 1, a nmpuBenena kpupas aedopMaruu
obpasma renb-iienkn Bl mpm ckopocTu Harpyske-
HHUA 00pasiia 5 r/MuH.

Ha xpusoit medpopmarniuiu obpasiia HabI01aeTCa
meperu6 yepes 70 MUH HATPY:KEHUI, IIOCIE YETO Je-
opmarus ¢ pocToM HATPY3KH MEHSETCS He3HaYH-
TENbHO. JTO CBUIETEIBLCTBYET O TOM, UTO HUCCIIEIye-
MBIH MaTepual IePEXOAUT B KAUECTBEHHO HHOe (Pu-
suueckoe cocroguue. Ha puc. 1, ¢ mokazana taksxe
KpHUBas U3MEHEHHUs TeMIIepaTypbl HCCIELyeMOoro 06-
pasiia B mpoliecce pacTsa:KeHusa. BumHo, 94To ¢ Hava-
JIOM 9KCIIEPHMEHTA TeMITeparypa o6pasiia 10 TOYKH
neperI/I6a H3MEHAEeTCA He3HA4YUuTe/IbHO, Ha HECKOJIb-
KO JecaTbIx rpamgyca. llpum mocTumixeHwu mpemena
TEKy4eCTH TeMIlepaTypa o0pasiia Pe3Ko IOBLIIIAeT-
caua— 1,5 - 2 °C. 3arem 10 HArpy3Ku paspylleHus
obpasiia oHa He uU3MeHseTcd. AHAIN3 KPUBBIX Je-
dopmaruu u TemmepaTyphbl U BHEIIHHN BHUI 00pas-
Ia T1ocie oJKcmepuMmeHTa (puc. 2,a) IM03BOJISIOT
IIPEAIIONIOUTD, YTO B XO/i€ OIIbITa IIPOUCXOOUT HWH-
TEHCUBHOE WCIIApEeHHe BIard u3 o6pasia, 4YTo Mmpu-
BOIUT K YMEHBIIEHUI0 KHHETHIYECKON DSHEPIUHU CHC-
TeMbl 00pasel] — waMepuTenbHaa adeika. [Ipu mo-
CTH/KEHUM TOYKHU Tepernda KOJIWYeCTBO BIIATH CTa-
HOBHTCSI MHHHMMAJIbHBIM (00pasel] BBICHIXAET), 4TO
IIPUBOIUT K PE3KOMY POCTY KMHETHIECKOH SHEPTUU
cucTeMbI O6paselr] — U3MepUTenbHad TIeHKa.

Bl o6mamaer BBICOKOH BOIOMOTJIOIAIOIIEH
CII0COOHOCTHIO, B 00pasiiax Trelb-IJIEHOK MAacco-
Basg mouas Baaru 98 % [10, c. 1]. Mexanuuyeckue
XapaKTepUCTUKU 06pasioB reiab-ruieHok BII u cy-
XUX 00pasIoB 3HAYUTENBHO OTIWYaTcA. Tak, mpu
CKOPOCTH HATPYKEHUS 5 I/MUH IIPOYHOCTD IPH pas-
peiBe renb-mmeHoK cocrasiasger 11,8 Mlla, otHo-
CUTENIbHOE YIJIUHEHHEe MPH MAaKCUMAaJIbHOH HArpys-

I T'OCT 14236-81. Ilnenku momumepuble. MeTos ucnbITa-
Husa Ha pacrskenue. — M.: Usa-Bo crampapros, 1989. —
1lc.

2 TOCT 17035-86. Ilmacrmaccel. Metomsl ompeneneHus
TONIIUHEI TIeHOK U jucToB. — M.: Usn-Bo crammapros,
1987. — 8 c.
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ke — 10,47 %; a cyxoro obpasna — 33,16 MIla u
1,5 % coorBercrBenno [9, c. 113]. Boma meiicTByer
kak ractudurarop [11, c. 17], ymeHbInas 4mucio
BOZOPOAHBIX CBSI3€H MEKAYy MOJIEKYyJIaMH MU, Kak
clIefiCTBHE, TOHM/KAeT MEKMOJIEKYJIAPHOE B3aUMO-
nericreue. OTCyTCTBHE BOIBI eIaeT o6paserr :KecT-
KHM " XPYIIKHM, II09TOMY IIPOYHOCTBH €ro0 IIOBBIIIA-
erca B 3 pasa, a OTHOCHTEJILHOE VIJIMHEHUE IIPU
MaKcHUMaJIbHON Harpys3ke CHHUKaeTca B 7 pas.

Takum 00pasoM, TPH CKOPOCTH HATPYKEHHUST
5 r/MUH I0JIyYeHbI HEYIOBIETBOPUTEIbHBIE Pe3yIib-
Tarel. J{JI8 HCKIIFOYeHNs YaCTHYHOTO BBIChIXaHM 00-
pasia B Ipoltecce MPOBEIEHUS WCIBITAHUS CKOPO-
CTH HArpy:KeHus ObUIM TmOBBIIIEHBI 10 10 u
20 r/mun. CooTBercTByIOIMe KpUBbIe aeopMaIun
IIPUBEZICHBI HA PHUC. ]_, a U 6, a U3BMEHEHHUS BHEIIIHEe-
ro BUja 00pasIloB — Ha Puc. 2, 6 u .

W3 puc. 1, 6 u 6 ciemyer, 9TO BBIChIXaHHSI 00pas-
114 He MPOWCXOIUT, ITOCKOJIbKY Meperut Ha KPUBOM
medopmarnmu obpasma orcyrcrByer. Ilpu mocrmixke-
HHWH Harpys3KH paspylleHus obpasiia TeMIieparypa
cucTeMbl 06paser; — H3MepHUTeabHAs TIeHKA PEe3KO
Bospacraer — B cpexuem Ha 0,3 — 0,5 °C, uro cBs3a-
HO C IIEPEexX0[0M SHEPTruM paspyIleHus obpasia B
KuHeTH4ecKyo. TeMmeparypa cucreMbl obpaser; —
U3MepuTeTbHad gYeiKa u3MeHsgeTca B 3 -5 pas
MEHbIIle, YeM [P CKOPOCTH pacTsiKeHus o0pasiia
5 r/mun. Ob6e3BokrBaHMe Marepuana oOpasia MH-
HUMAJIBHO.

Ha xpuBbIX pacrs:keHus HaOGIIOJAOTCA «CTY-
MMeHBKW» PE3KOTO M3MEeHEHUs IJIUHBI obpasma (ero
nedopmarnmu). Ilo-BuguMomy, 9TO CBA3AHO C apxXu-
TEeKTypoi obpasmoB: HanopuOpwaaael BII mpen-
CTABIAIOT COO0M XAOTUYHO MEPEIJIETeHHbIE B TPEX-
MEpPHOM TIPOCTPAHCTBE JEHTHI. lIpm pacTsameHun
IIPOUCXOIUT CTPYKTYPHUPOBAHUE BOJIOKOH BIOJb OCH
HATPYIKEHUs, B TOM YKCJIe CTYIIEHYATO, 3aTeM — II0-
claemoBaTeNbHOE paspylleHne obdpasiia oT Kpas 00-
pasua k ero 1entpy. Crynenuaroe paspylienue 06-
pasia IOATBEpP:KIAEeTCS XapaKTepoM paspylleHus,
IOKA3aHHLIM Ha puc. 2,6 u 6. Paspymenne obpas-
IIOB TIPOM3OIILIO B CPEIHEN YaCTH, MEKIY 3a:KMMa-
MU, TOJIIHHA 00PA3II0B BO3JIe 3a/KMMOB HE MU3MEHU-

Pesynbrars! ucnbiTaHuil IPOYHOCTH TeNlb-IIeHOK o6pasios BI]

Strength test results for BC gel-films

R

1 MM

Puc. 2. O6pasen renb-rrenkn Bl mocne marpysxenus mpu
CKOpoCTH HArpyskenus 5 r/muH (a), 10 r/mun (6), 20 r/MuH (8)

Fig. 2. BC gel-film specimen subjected to loading at differ-
ent loading rates: @) 5 g/min; b) 10 g/min; ¢) 20 g/min

nack. Ilocme sxcmepumenTa oO6pasiibl OCTAIUCH Ta-
KMMH K€ — cab0 MaTOBBIMHU, BJIAMKHBIMU,
3JIACTUYHBIMHY, ITOIYIIPO3PAYHBIMH.

Takum ob6pasom, ckopoctu Harpyxkenus 10 u
20 r/MUH He TIPUBOAAT K PE3KOMY BBICHIXAHWIO KC-
MBITYEMbBIX 00pPa3I[0B, UTO TapaHTHUPYeT aieKBaT-
HOCTh OmpejereHus (PU3UKO-MEeXaHUIECKUX Xapak-
TEPUCTUK TUAPATUPOBAHHOM IIEJLTIONO3BI. ¥ Cpen-
HEHHbIe 3HAYEHUA Pe3yJIbTATOB HUCIILITAHWN IIPe-
craBjeHbl B Tabiuie. M3 cpaBHEHHS MOIyIEHHBIX
IIPH CKOPOCTAX HArpyskenws ot 5 mo 20 r/MuH maH-
HBIX BUIHA 3aBUCUMOCTb MEXaHUIECKUX XapaKTepH-
CTUK OT METOAA IIPOBENEHUA WCHBITAHUH: IIPOY-
HOCTBH IIPH paspbIBe oTiandaerca B 16 pas, oTHOCH-
TeJIbHOE YIJIWHEHNe IIPU MaKCUMAaIbHOU HATPy3Ke B

CKkopocTb HarpysKeHus, I/MUH

IToxkasarens

5 10 20
IIpounocts npu paspsise, MIla 11,80 0,68 0,70
YcnoBubri npenen Tekydectu, MIla 0,23 0,12 0,13
Mopnyns FOura, MIla 2,08 1,08 1,54
OTHOCHUTENbHOE YAJWHEHHUE [IPU MAKCUMAIbLHOM HATpysKe, % 10,47 16,50 16,10
OTrHocuTeNbHOE YAJUHEHNE IPY IIpeere TeKydecta, % 11,05 11,07 8,39
Tonmuna o6pasma, MM 1,3 1,3 1,3
TemneparypHblil HHTEPBAJ, B KOTOPOM HabJII0aeTcsa sK3orepMmudeckuit apgexr, °C 1,6-2,0 0,5-0,6 0,1-0,3
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Puc. 3. O6pasern renb-menku BII 1m0 ucneiranus (@) u mocine Harpy:xeHus (6)
Fig. 3. BC gel-film before testing (a)and after loading (b)

1,5 pasa, momynp FOura B 1,3 pasa. Ilomyduenusbre
3HAYEHHUSA XOPOIIO COTVIACYIOTCA C IITUPOKHUM [Halia-
30HOM [[aHHBIX, IPUBEIEHHBIX B PA3HBIX JIUTEPATYP-
HBIX MCTOYHHUKAX, COTJIACHO KOTOPBIM IIPEet Mpod-
HocTu Bapbupyercs ot 0,95 mo 22,8 MlIla [12, c. 639;
13, c. 3781]. OxgHoii U3 IpUYKH TAKOro pasbpoca pe-
3yJIbTATOB, BEPOATHO, ABJIAETCS MOACYIIUBAHUE 00-
pasIoB B pe3yjbTaTe MPOBEIEHUSI WCIBITAHUHA TP
HU3KOH CKOPOCTH HATPYKEHHUS.

Peromenmyerca uCOBITBIBATH BiIa:KHBIE 00pas-
11bI OaKTEPHUATBHOMN I[EJII0JI03bI TIPU CKOPOCTH Pac-
rskenusa 20 r/MUH, TAK KaK IIPU 9TOM IIOJIyYEeHbI pe-
3yJbTATHI, HANOOJIEee OCTOBEPHO COOTBETCTBYIOIIE
ucciaenyemomy marepuany. Ilo mroram mpomenad-
uoit paborsr B UTIXOT CO PAH 6putn odopmizeHbl
¥ YTBEP:KAEHBI IPOorpaMMa U METOIUKA UCIIHITAHUN
IIM 10018691.02100.00101.

Hannasa meronuka 00BEKTUBHO ITO3BOJISAET OIfe-
HUTb BIAWSHHE TapaMerpa KyJIbTUBHPOBAHUA Ha
MIPOYHOCTHBIE XaPaKTEPUCTHUKHU MOIydaeMbIX 00pas-
o BII. Hanmpuwmep, mis obpasma Bl, moixyuerntoro
Ha 10-e cyTKM KyTbTUBUPOBAHUSA HA CUHTETHIECKOU
MHUTATEeTHLHON cpefie ¢ 3amaHHbiM ypoBHeMm pH (wc-
nons3oBanu 0,2 M amerarubiii 0ydep, pH 4,6),
MIPOYHOCTb HpHU paspbiBe cocraBmiaa 1,12 Mlla, mo-
nynb Oura — 3,2 Mlla, orHOCHTEIBHOE YIIHHEHE
IIpH MaKCUMAaJIbHOM Harpyske — 26 %.

Hccnedosarus makcumanbrbvlx 3HaweHull Oe-
opmayuu zudpamuposarnnbvlx 00pa306. Auanus
MPOBOAMIN HA PYyYHOM MEXAaHHIECKOM IIPHUCIIOCO6-
JIeHWHW i pacTdaxenus obpasmos. O6paserr reib-
mwrenku BII (pasmepom 50 X 20 mMm) durcupoBaiu
B 3QJKMMAxX MEXaHWYECKOTro mpucrocobnenwns. Jlamee
KOHCTPYKITHIO ¢ obpastiom BraxHo# BIl momeranu
B BaHHY, HANOJHEHHYIO TUCTHLIMPOBAHHONU BOMOMH
(puc. 3). O6paserr pacraruBanu Ha 250 MKM KaKble
30 c.

Ilocne skcmepumenTta obpaser; ObLr ciabo Ma-
TOBBIM, BJIQMKHBIM, DJIACTUYHBIM, IIPO3PAYHBIM.

OrHocuTenbHOE YIJIHHEHHEe IIPH MAaKCHMAaJIbHOH
Harpyske obpasiia cocraBuio 51,4 %, uro 6osee yem
B 3 pasa BbIllle, YeM IIPU UCIILITAHUAX Ha BO3IyXe.

Hcenedosarue Mukpogubpussproic cmpykny-
pul 06pas3yos baxmepuatbHOU Yeanionodsvt 0o u no-
cne pacmscernus. O6pasIbl A PACTPOBOM 3IIEK-
TPOHHOH MHKPOCKOIIHU IPEIBAPUTEIHHO 00€3BOKH-
BaJIM B 9TAHOJE, JTUO(PUIBHO BBICYIITUBAIN W IIO-
KpbIBaJIU cepebpoM TOMIIMHOK 0K0o 10 HM B Tede-
uue 2 muH mpu 20 — 30 A.

Harusunaa BIl mpexmcrasmsier coboit Gecriopsi-
IOYHYIO ceTb MUKpoubpua (puc. 4, a). IIpu medop-
Maluu MHUKPOQUOPHILI TIEPEOPUEHTUPYIOTCI: Ha
MUEpPOodoTorpaduax, MOIYyIeHHBIX METOOM PACTPO-
BOH BJIEKTPOHHOM MHKpocKonuu (puc. 4, 6), HabJo-
Iaercd CTPYKTypupoBaHnue oOpasiioB. Bomoxua BI]
BBICTPAUBAIOTCI BIOJIb BEKTOPA HATPYKEHUs HUCCIIe-
nyemoro marepuana. CTpyKTypupOoBaHHAsS TaKUM
obpasom BII nmpuobperaer aHM30TPOITHEIE CBOMCTBA.

BriBoanl

Paspa6orana Meromuka WCHLITAHHWA HA PaCTs-
JKeHHe, YIUTHIBAIIAA CBOMCTBA Tellb-IUIEHOK Oak-
TepHUaIbHON IEJIII0N03bl; PEKOMEHIOBAHO IIPOBO-
IUTH HATPY:KEHHEe CO CKOpocThio 20 r/MuH.

HccnemoBaHo MaKCHMAaJIbHOE OTHOCHTEIBHOE
VIJIMHEHHWE TeIb-IUIEHKA 0AKTePUaIbHOM IeJLIF0JIO-
3bl. ¥ CTAHOBJIEHO, YTO IIPH PACTIKEHUH B BOJE OT-
HOCHUTEJIbHOe y,I[JII/IHeHI/Ie HpI/I MaKCI/IMaJIbHOﬁ Ha-
rpyske cocraBiasger 51,4 %, uro B 3,1 pasa BbIIle,
yeM IIPH PaCTSKeHUN Ha BO3[IyXe.

MeromomM pacTpoBO¥ 3IEKTPOHHON MUKPOCKO-
[IHY [IOKA3aHO, YTO II0CJIe HCIIbITAHWN Ha PACTSKe-
HFE BOJIOKHA 0AKTepPHATbHOM I1€JIII0I03b] BHICTPAU-
BAIOTCS BIOJIb BEKTOPA HATPYIKEeHUS.
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Puc. 4. POM murpodubpunspuoii crpykrypsl BII, ysenuuenune 1000: a — HaTuHBIN 00paselr; 6 — obpaser mociae TMA npu
CKOPOCTH HATPY:KEHUs 5 T/MUH; CTPEJIKA YKA3bIBAET BEKTOP HATPYKeHUs o0pasua

Fig. 4. SEM image of the microfibrillar structure of BC: @ — native test specimen; b — test specimen after TMA at a loading
rate of 5 g/min; the arrow indicates the direction of the loading vector

duHaHCHpOBaHUE PAOGOTHI

HccnemoBanue BHIMOJHEHO 3a cueT rpanTa Poc-

cuiickoro HayyHoro ouma (mpoexr Ne17-19-
01054).

Koudaukr nuarepecos

AgTop sasBisger 06 OTCYTCTBHU KOH(MIUKTA HH-

TEepPEecoB.

JINTEPATYPA (REFERENCES)

1.

Klemm D., Heublein B., Fink H.-P, Bohn A. Cellulose: Fasci-
nating Biopolymer and Sustainable Raw Material / Angewandte
Chemie International Edition. 2005. Vol. 44. N 22. P. 3358 -
3393. DOI: 10.1002/anie.200460587.

. Reiniati I., Hrymak A. N., Margaritis A. Recent develop-

ments in the production and applications of bacterial cellulose
fibers and nanocrystals / Critical Reviews in Biotechnology. 2016.
Vol. 37. P. 510 — 524. DOI: 10.1080/07388551.2016.1189871.

. Volova T. G., Shumilova A. A., Shidlovskiy I. P, Nikolae-

va E. D., Sukovatiy A. G., Vasiliev A. D., Shishatskaya E. I.
Antibacterial properties of films of cellulose composites with
silver nanoparticles and antibiotics / Polymer Testing. 2018.
Vol. 65. P. 54 — 68. DOI: 10.1016/j.polymertesting.2017.10.023.

. Stumpf T. R., Yang X., Zhang J., Cao X. In situ and ex situ

modifications of bacterial cellulose for applications in tissue
engineering / Materials Science and Engineering. 2018. Vol. 82.
P 372 - 383. DOI: 10.1016/j.msec.2016.11.121.

. Ul-Islam M., Khan T., Park J. K. Nanoreinforced bacterial cel-

lulose-montmorillonite composites for biomedical applications /
Carbohydrate polymers. 2012. Vol. 89. N 4. P. 1189 - 1197. DOL:
10.1016/j.carbpol.2012.03.093.

6.

10.

11.

12.

13.

Torgbo S., Sukyai P. Bacterial cellulose-based scaffold mate-
rials for bone tissue engineering / Applied Materials Today.
2018. Vol. 11. P 34 — 49. DOI: 10.1016/j.apmt.2018.01.004.

. Chakravorty S., Bhattacharya S., Chatzinotas A., Chak-

raborty W., Bhattacharya D., Gachhui R. Kombucha tea
fermentation: Microbial and biochemical dynamics / Internatio-
nal Journal of Food Microbiology. 2016. Vol. 220. P. 63 — 72.
DOI: 10.1016/j.ijfoodmicro.2015.12.015.

. Gladysheva E. K., Skiba E. A., Zolotukhin V. N., Sako-

vich G. V. Study of the Conditions for the Biosynthesis of Bac-
terial Cellulose by the Producer Medusomyces gisevii Sa-12 / Appl-
ied Biochemistry and Microbiology. Pleiades Publishing. 2018.
Vol. 54. N 2. P. 179 - 187. DOI: 10.1134/s0003683818020035.

. Bychin N. V,, Golubev D. S., Skiba E. A. Thermogravimetric

and mechanical characteristics of bacterial nanocellulose, de-
pending on the method of obtaining nutrient media — enzyma-
tic hydrolysates from the fruit shells of oats / Polzunov. Vestn.
2018. N 3. P 109 - 115. DOI: 10.25712/ASTU.2072-8921.2018.
03.019 [in Russian].

Ebrahimi E., Babaeipour V., Khanchezar S. Effect of
down-stream processing parameters on the mechanical pro-
perties of bacterial cellulose / Iranian Polymer Journal. 2016.
Vol. 25. N 8. P. 739 — 746. DOI: 10.1007/s13726-016-0462-4.
Almeida L. R., Martins A. R., Fernandes E. M., Olivei-
ra M. B., Correlo V. M., Pashkuleva I., Reis R. L. New
biotextiles for tissue engineering: Development, characterizati-
on and in vitro cellular viability / Acta Biomaterialia. 2013.
Vol. 9. N 9. P. 8167 - 8181. DOI: 10.1016/j.actbio.2013.05.019.
Brown E. E., Zhang J., Laborie. Never-dried bacterial cellu-
lose/fibrin composites: preparation, morphology and mechani-
cal properties / Cellulose. 2011. Vol. 18. N 3. P. 631 — 641. DOI:
10.1007/s10570-011-9500-8.

Yang Q., Ma H., Dai Z., Wang J., Dong S., Shen J., Dong J.
Improved thermal and mechanical properties of bacterial cellu-
lose with the introduction of collagen / Cellulose. 2017 Vol. 24.
N 9. P 3777 -3787. DOI: 10.1007/s10570-017-1366-y.



70 «3aBojackada Jaboparopusda. [[maraocrtura marepuanaos». 2019. Tom 85. Ne 10

O1meHxka CoOOTBEeTCTBHA.

Axkpenuranusa JadopaTopum
Compliance verification. Laboratory accreditation
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JIABOPATOPHBIE HH®OPMAIITMOHHBIE CUCTEMBI —
IIYTH K YIITPOIIEHUWIO ITPOIIENYPBI ARKRPE/IUTAIINHN

© Hpmuaa BaamguvmupoBHa [{romaeBal®*, Mapua BaueciaBoBHa MoimkoBa2
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IIpoBenen anamu3 Bo3aMOKHOCTEH nabopaTopHOH mH(popMarmonHoi cucrembl STARLIMS mo
00ECIIEUEHHI0 COOTBETCTBUS KPUTEPUSIM AKKPEIUTAI[UN UCIBITATEIbHBIX JIA00PATOPUN IIyTeM
peanusanyy CUCTEMHOTO TIOAX0/a K (POPMUPOBAHMUIO, AKTYATU3AIIAN, XPAHEHHIO W OTIePATUBHO-
My HPEIOCTABIEHUI0 OYEBUIHBIX U YOEIUTEIhHBIX I0KA3aTeNbCTB. [loKkazaHno, kKakuMm o6pasomM
nH(POPMAIMOHHAA CUCTEMA II03BOJIAET YIIPABIATH JOKYMEHTO000POTOM, IIEPCOHAIIOM, 060PYy/I0-
BaHMEM W CPEICTBAMU U3MEPEHHsI, [IOMEIIEHUIMHI U CTAaHIAPTHBIMEA 00pasiiaMu B 1a00paTopu-
ax. Onucanb! (PyHKIHHN ClerraIn3upoBanHoro Moy Lab5725 nis nposenervs BHy TpuiIa6o-
paropsoro kouTposs (BJIK) u aBromaTusaiium mporeccoB mOATBEP:KIEHNUA COOTBETCTBHS Pe3y-
apraToB uaMepenuii TpeboBanusm ['OCT P MCO 5725-2002 [1]. Moxyns o6ragaer BO3MOK-
HOCTAMH TUIAHUPOBaHUA u 00paboTku pesyasraToB BJIK B cooTBeTCTBHE C yCTaHOBIEHHBIMHI
IIpaBUJIaMU U IIePUOIUYIHOCTBIO. I[JIH IIPpOBEICHUA MemaﬁopaToprlx CIIMYUTEJIbHBIX HCIIbITA-
muit (MCH) B STARLIMS mosker ObITh CO3MAH CIIEIUAJIBHBIN IIPOEKT, COAEPIKAINi HHDOP-
Maruio mo obpasuam, mpepocraBieHHbIM nposadnepom MCU s pambHERIINX WCIBITAHUH.
Wudopmarust 0 pesynbrarax UCIBITAHUN aKKyMyJIHPYeTCA B OTYETHbIE (DOPMBI, IIPUHSITHIE Y
poBaiIepa, ¥ HAIPAB/IAETCA eMy JJIA JaabHeHInei 00paboTKy, aHAIM3A U TIOBEIEHHU UTOTOB.
Cnemys noruke samoxensoro B craumapre ISO/IEC 17025:2017 [2] pucK-OpHEHTHPOBAHHOIO
MOJIX0/I4, B CTaThe 0003HAYEHBI OCHOBHBIE PHUCKH, KOTOPhIE MOTYT BO3HHKHYTH IIPU paspaboTke
¥ BHEIPEHUH J1abopaTopHOM MH(OPMAIIMOHHOM CUCTEMBI, U CIIOCco0bI ux ucKIoueHusd. Ha 6asze
peurernns STARLIMS paspaboran crienuaibHbIA HHTEPERc «AKKPeIUTAIIS», TTO3BOJISIOIIII
OIIEPATHUBHO 3alpalINBaTh W CTPYKTYPHPOBATH WH(MOPMAIMIO B BHE JOKYMEHTOB [JIS IIO[-
TBEPIKIEHUS COOTBETCTBUA KPUTEPHUAM aKKpenuranuu. [lokasaHHbie BO3MOKHOCTH J1a60paTop-
uoii cucrembl STARLIMS 1103BOJISIIOT CYIIIECTBEHHO YIIPOCTUTD IIOATOTOBKY JIA00PATOPUH K aK-
KpeIUuTaIiy U IPOLeAype MOATBEPKIEHNT KOMIIETEHTHOCTH, & TAKKe [MOBBICUTh YPOBEHb Ha-
JIESKHOCTU WH(POPMAIUH, [TPEIOCTABISEMOU 9KCIEPTaM 110 AKKPEIUTAIUH.

KaroueBsle ciioBa: 1abopaTopHble HHPOPMAITHOHHBIE CUCTEMbI; AaKKPEIUTALVS; KDUTEPUH aK-
KPEIMTAINH; SKCIIEPT 10 AKKPEIUTAITAN; MOATBEPKIEHNEe KOMIIETEHTHOCTH; HCIIBITATEIbHBIE
nmabopaTopum.

LABORATORY INFORMATION MANAGEMENT SYSTEMS:
A WAY TO SIMPLIFY THE ACCREDITATION PROCEDURE
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The capabilities of the STARLIMS laboratory information management system to ensure the compliance
with the criteria for accreditation of testing laboratories using a systematic approach to the formation,
updating, storage and prompt provision of obvious and convincing evidence are analyzed. It is shown how
the information system provides management of the document flow, personnel, equipment and measuring
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instruments, facilities and standard samples in laboratories. The functions of the specialized Lab5725
module for implementation of the mechanisms of intralaboratory control (ILC) and the automation of pro-
cesses for confirming the compliance of the measurement results with the requirements of GOST R ISO
5725-2002 [1] are described. The module is able to plan and process the ILC results according to the speci-
fied rules and with required frequency. To implement the mandatory plans for round robin tests, a special
project containing information about the samples provided by the round robin test provider for further
testing can be also developed by STARLIMS. Information about the test results is accumulated in the
report forms accepted by the provider, and sent to him for further processing, analysis and summing up.
Following the logic of the risk-based approach incorporated in the ISO/IEC 17025:2017 standard [2], we
highlight the main risks that may arise from the development and implementation of the laboratory infor-
mation system and discuss the possibility of their elimination. A specialized “Accreditation” interface has
been developed on the STARLIMS base, which allows prompt requesting and structuring of the informa-
tion in the form of the documents to confirm compliance with the accreditation criteria. The demonstrated
capabilities of the STARLIMS laboratory system lead to a significant simplification in the preparation of
laboratories for accreditation and competence verification and increase the reliability of the information
provided to assessors.

Keywords: Laboratory Information Management Systems; accreditation; accreditation criteria; assessor;
reassessment; testing laboratories.

BBenenune

WsmenuBIneecs: 3aKOHOMATENILCTBO B 00JaCTH
AKKPEIUTAIINN CYIIECTBEHHO PACIIUPHUIO [UATIA30H
TpeboBaHUI K Ja60paTOpuUsIM IIPH IIOATBEPIKICHUN
KOMITETEHTHOCTH U TIOJ[yYeHUU O(UITHATIBHOTO TIPH-
3HAHWI 9TOTO (haKTa co CTOPOHbI Pocakkpenurarum.
ITOo MOBJIEKIO 3a co00i yBenuueHne obbeMa 1 aera-
JU3AIUNA JOKA3aTeJIbHOM 0asbl, IIPemoCTABIIEeMOM
OTBETCTBEHHBIMH 34 CHCTEMY MEHEIKMEHTa Kade-
cTBa paboTHUKAMU 1abopaTOPHi, B CBA3U C YeM CY-
II[ECTBEHHO BO3POCTA TPYAOEMKOCTH TOATOTOBKH K
mpoIeaype u usMenuica opMar 00bEeKTOB JOKAa3a-
TenbHOU 6asbl. Ilpexae Bcero mabopaTopuu UCIIbI-
TBIBAIOT CJIOKHOCTH B YACTU CHCTEMHOTO IOJXO0MA K
(hopMuEpOBaHUIO, aKTyATU3aNMH, XPAHEHUI0 U OIle-
PATHBHOMY MPEIOCTABJIEHUI0 OUeBUIHBIX U yOemu-
TENbHBIX J0Ka3aTeIhCTB COOTBETCTBUS TPeboBaHuU-
AM K aKKPEJIUTOBAHHBIM CyOhEKTaM.

s Toro, 4T06bI MOHATH, KAKad HHAMOPMAIIUI O
COOTBETCTBHM KPHUTEPHAM AKKPEIUTAIIMH MOKET
XPaHUThCS, AKTYaIU3UPOBATHCI M OTOOPAKATHCA B
LIMS/JIMMC (Laboratory Information Manage-
ment Systems/JIa6oparopubre MupopmamuoHubIe
Menemument-Cucremsbr), a Takxke Oymer au OHA pac-
IeHEeHAa SKCIIePTaMy KaK J0CTaTOYHAA U YOeIUTeIhb-
Hasi, MbI PEIIWIN MPOBECTH HCCIETOBAHNE BO3MOIK-
HocTu wcmoab3oBanua LIMS maa dopvmupoBanwms
J0KA3aTeIbHON 0asbl COOTBETCTBUSI KPUTEPHUIM aK-
Kpenuraruu saboparopwuii, comep:xanumcs B [Ipu-
kaze MunucTrepcTBa 3K0OHOMHUYECKOTO pasButusa PP
ot 30 mag 2014 r. Ne 326 [3].

Hamomuwnm, uro LIMS (JIMMC) 1103B0JISAIOT CMO-
IeTUPOBaTh MAKCUMAJIbHOE KOJWYECTBO OU3Hec-
MPOIIeCCOB JTabopaTOPUU — C MOMEHTA IOCTYILIe-
HUSA 3a9BKH HA IPOBEJEHNE UCIBITAHUH 0 (pOopMHu-
pOBaHUA HTOTOBOTO AOKyMEHTa (IIPOTOKOJA) HW/Uau
rmepesavn JaHHbBIX B WHBIE WHTETPUPYIONIUECT CHC-
TeMbl. JTO TO3BOJAET OTCIEKWBATH U KOHTPOJIU-
poBaTth cocrosinve J060ro obpasiia, moaydas U WC-
MOJTb3ys a0COJMIOTHO J[OCTOBEPHYH HH(OPMAIIHUIO.

Baszossriit npuamun LIMS — makcumanbHOE BOCIIPO-
W3BeJieHre CyI[eCTBEeHHbBIX IJIS AeATeIbHOCTH J1abo-
paTopuii OM3HEC-IIPOIECCOB ¥ MHUHUMU3AIIWS BIIHI-
HHA YesioBeuecKoro axropa. 3apybexHbie tabopa-
Topuu wucnoab3yior LIMS yxe 6Gomee 30 imer, B
Poccuu BHempenune WHQOPMAIMOHHBIX IIPOAYKTOB
9TOTO0 KJacca Ha4aioch okojo 20 yeT Hasas.

Oo0wexTom wuccinemosanua crana LIMS kommna-
. STARLIMS (ceituac — Abbott Informatics):
BO3MOKHOCTH WMEHHO 3TOH CHCTEMBI II0 YIIPOIIe-
HHUI0 JIOKyMEHTO060pOTa IPH IOATOTOBKE K IIPO-
reaype akKpeIuTally W/WIHM IOATBEP:KICHUT KOM-
[EeTEHTHOCTH JabopaTopuu OyIyT H3yUeHbl HIKE.

T'unomesa nepsas. Boavwurcmaso doxymenmos
no cucmeme menedywcmenma xauecmasa (CMK) na-
bopamopuu MOMCHO XPAHUMb U hoddepicusams
6 LIMS. Illns obecrieueHusi HamJeKaIero (QyHkK-
UoHupoBaHusd jgaboparopuii B pamrax CMK m. 18
«Kpurepues ...» [3] npenmnucbiBaeT HEOOXOIUMOCTh
HAIW4YHUsA B OyMaiKHOM U (MJIM) SJIEKTPOHHOM BHIE
HOPMATHBHBIX NPABOBBLIX AKTOB, MOKYMEHTOB B 00-
JIACTH CTaHIAPTHU3AIINH, [IPABUJI U METOIOB KCCIIe-
IOBaHUU (MCIIBITAHWHN) U U3MEPEHUH, B TOM YHCIIe
mpaBui oT6opa 06pasios (Ipob), a TaKKe WHBIX J10-
KyMEHTOB, YKA3aHHBIX B 00JIACTH aKKpPEeIUTAIIUH.
LIMS mosBossier 3arpy:karh U XpaHUTb KOHTPOJIb-
HbIe DK3EMIUIAPHI BHEIIHUX JOKYMEHTOB, KOTOpPbHIE
IOCTYIIHBI B MPOQeCCHOHATBHBIX CIIPABOYHBIX CHC-
TemMax, Hanpumep, «Texsxcnepr» [4] unu «['apanT»
[5].

Ycraunosnennbsie TpeboBanus k CMK ma6opa-
topuu (1. 23 «Kpurepues ...») mpe:xue BCero Impemu-
[oJIaral0T HaJIWYKWe OCHOBOIIOJIATAIOIIUX JTOKYMEH-
TOB JIEUCTBYIOIIIEH CHCTEMBI — PYKOBOJICTBA II0 Ka-
YeCTBY, BKJIIOYAsA MTOMUTHKY B 00JACTH KAYECTBA, a
TakKe PasIUYHBIX IPABHI U JOKYMEHTHPOBAHHBIX
mporienyp obecriedeHus COOTBETCTBHUSA CyIIECTBY-
ommM TpedbosanuaM. Kpome Toro, 1151 KOPPEKTHOTO
pasMelrenus, XpaHeHus W AKTYaTIW3aluu JI00bIX
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moxymenToB B LIMS cymecrByer crenuaaibHBIH
Memnem:xep.

Heo6xogumo ormeruts, yro LIMS me aBiaaercs
CHCTEMOM, OPWMEHTHPOBAHHON WCKIIOYUTEIHLHO Ha
yIpaBieHHe JOKyMEHTO000POTOM, U €CIH B OpTaHH-
sanuu (Ha MPeIIPUATHH) IJIS 9TOH IeIU CyIIeCTBY-
eT OTIeNbHAS CHCTEMA, TO, BO3MOIKHO, IT0JIb30BATHCS
syuaiiie ei0. OHAKO eCTu aATbTePHATHBEI HET, BBIIIIE-
yKasaHHasd JOKyMEHTAI[dd BIIOJHE MOKET COJep-
skarbed B LIMS u npu HE06X0AMMOCTH aKTyaIn3u-
POBaThHCA YIIOJTHOMOYEHHBIM II€PCOHAIOM.

Takum 06pasoM, TOBOPS 0 BOBMOKHOCTH XpaHe-
uus gokymenToB B STARLIMS, mamnas rumoresa
TIOITBEPIKAAeTCsd, HeOOXOAUMO JIUIIh PYKOBOICTBO-
BAThCA COOOPAKEHUAMU I1€J1eCO00PA3HOCTH. JTO Ka-
caerca He Toibko HokymenToB CMK, HO m MHO-
TOYHC/IEHHBIX MPABWJI, HAIPUMEP, TPAHCIOPTHPO-
BaHWs, MOJIyIEHUs, UCIIOJIb30BAHUA, 3AII[UTHI U Xpa-
HEeHWs, COXPAHHOCTH W (WjIu) ymajgeHus OO0bBEeKTOB
WCIIBITAHUN U U3MEPEHUH, a TaKKe IPaBUI U opra-
HHU3AIlMU TOBEPKH (KATMOPOBKH) CPEICTB H3Mepe-
HUH, TOKYMEHTHPOBAHUI PaboT ¢ 00bEKTaMu, CBejIe-
HUH 0 3apUKCHPOBAHHBIX IIPHU IIPOBEIEHUH UCIbITA-
HUM U U3MEPEeHWH OTKIOHEHUAX OT TPeboBaHUi CO-
OTBETCTBYIOIIUX METOIUK U JP.

Heob6xonuMo oTMETHTH, YTO OCHOBHAA 3ajada
LIMS — me xpaHenue (X0Ts 9TO BO3SMOKHO), a obec-
IeYeHne MPAKTUIYECKOTO BBIMIOJIHEHUS TPeOOBAHUM
aTuxX mpaBwi. lIpakTuUueckoe BBINOJHEHHUE 3THUX
TpeboBanuit B pamrax LIMS B manHOM ciydae
BKJIOYAET OPraHM3allMi0 CHCTEMbBI IOIIyCKA K TeM
WIH HWHBIM BHIAM paboT KBaIH(QHUIIMPOBAHHOIO
YIIOJTHOMOUYEHHOTO TIePCOHANIA, BBIMOJIHEHUE BCEX
TIPOIEZYP B COOTBETCTBUH C YCTAHOBIEHHBIM ITOPS/-
KOM, a TakKiKe BOCIIPOM3BEIeHHE BCeX TpPebyeMbIX
9TAIOB BepU(DUKAIINH, BATUIAIINN U ayIATOB.

OraenbHO X04ercs IIPOKOMMEHTHPOBATH
. 23.7 «I» 0 HEOOXOAUMOCTH UMETh «CHUCTEMY Xpa-
HEHUA U apXWBUPOBAHUSA JOKYMEHTOB, B TOM YHCIIE
MpaBWIa XpaHEHUd W apXUBUPOBAHUA, IIPEIyCcMaT-
pUBaOIyue XpaHeHWe Ha OYMAKHBIX HOCHUTENSIX U
(wnu) B (popMe DIIEKTPOHHBIX JAOKYMEHTOB, TIOMIIH-
CAHHBIX YCHJIEHHOH KBATU(DUIIMPOBAHHOM ITO/ITH-
ChI0, TI0 MecTy (MecTaMm) OCYIIECTBIEHUA eATeNb-
HOCTH B 00JIaCTH AaKKpeIWTAllMUd AapxuBa IOKY-
MEHTOB, B TOM YHCJIE€ JJOKYMEHTOB, IIPECTABIEHHBIX
B sabopaTopui0 3adBUTENAMH HA MPOBEIEHUE WC-
ciaenoBaHui (MCIBITAHUM) U U3MEPEHUH, B TeYeHHe
Tpex JIeT CO IHS BBIIAYM COOTBETCTBYIOIIETO JOKY-
MEHTa 0 Pe3yJIbTaTax UCCIeN0BAHUM (MCIBITAHUN) U
W3MEPEeHUH UIn IPUHATHA peleHusd 00 0TKase B €ro
BbIaue». B HaAcCTOAIIMH MOMEHT JaHHOe TpeboBa-
HEie 0COOEHHO CYIIIECTBEHHO B OTHOIIIEHUU IIPOTOKO-
JIOB WCIBITAHUH W IepBUYHBIX 3anwucei. HMcmomsso-
paune LIMS He oTMeHseT BO3MOKHOCTH HCIIOIH30-
BaHUA SJIEKTPOHHOW mudposoii moxamucu (III),
moxymenTbl B LIMS mo:xuO 3aBepsars I1II Tax :xe,
KaK ¥ J00ble IpyTHe JOKYyMEHTHL.

Boonue oueBumHO, uTO HEKoTOpas 0000IIeH-
HOCTh (popmysaupoBku 1. 23.7 «M» mnpuBogur K
BKJIIOYEHHIO B II€peYeHb MH(MOPMAIIHOHHBIX 00BHEK-
ToB LIMS, TpeOyromux 3aBepeHHs dJIEKTPOHHOH
MO/IIIUCHI0, MMPAKTHIECKH BCEX JOKYMEHTOB W 3allH-
ceii. B 00bruHOM KuU3HU 1a60pPATOPUHU yIIpaBIeHHE
Ha00OpOM 3THUX OOBEKTOB IIOEIEHO MEJKAY Pa3Iud-
HBIMHU Tpynmamu nepconana. Ilpu crporom coorser-
crBuu Kpurepumo 1. 23.7 «M» Tpebymolieecs Kormuae-
CTBO DJIEKTPOHHBIX CPENCTB C (PyHKIHEH HU(POBOL
TIO/ITIUCH MOKET OBITH OUYeHb OOJBIIINM, YTO TIOBJIE-
yer 3a co60¥ Hen3OeKHbIE U JOCTATOYHO 3HAYUMBIE
pacxoapl HA A00HEHTCKYIO ILIATy IO JOrOBOPaM C
KOMIIAHUSMH, YIIOJHOMOYEHHBIMH TOCYJapPCTBOM
MIPEIOCTABIATh YCIYTH II0 OOCIYKMBAHUI0 TaKHUX
9IEKTPOHHBIX KIIIOYEH.

T'unomesa emopas. Bce, umo neobxodumo
3HAMb 0 PABOMHUKAX AAOOPAMOPUL, BKAIOUEHHBLX
8 obacmbv aKKkpedumayu, MOWCHO PA3Meuams u
axmyanusuposams 8 LIMS (nn. 19, 23.5, 23.7 «/I»
«Kpumepues ...» [3]). CrenuanbHblii MeHemKep B
STARLIMS mnosBoisier pasmeniath HH(POPMAIIHIO,
CBS3aHHYI0 C JIIOOBIM PAOOTHHUKOM J1abopaTOpUH U
yupasiaaTh ew0. [lepcoHanbabie «KAPTOUKK» IO KaK-
oMy pabOTHUKY MOTYT COZIEPKaTh aKTyaJIbHYO HH-
(hopmanuio Mo HAJUYIUIO y HETO BBICIIIETO, CPEIHETO
(B TOM YHCIIe JOTIOJHUTEIBHOI0) IPodecCHOHATBHO-
ro o0pasoBaHus IO MPOQUIID, COOTBETCTBYIOIIEMY
00/1acTH aKKpeIUTAINH; OIbITa PA0OTHI II0 UCIBITA-
HUSAM, U3MEPEHUIM B O0JIACTH aKKpPEIUTAINH, YKa-
3aHHON B 3aABJIEHUU 00 AKKPEAUTAINH, AJIA Ode-
BHUIHOM JIEMOHCTPAIAN IPEBBIIIEHUS OIPEIeIeHHO-
r0 KPUTEPUAMU CPOKA B TPHU TOfia.

YcTaHOBIEHHBIN CHCTEMHBIMHU MIPaBaMU OCTY-
ma JOIyCK K TeM WJIH WHBIM paboTam/HCIBITAHU-
AM/U3MEPEHUIM OIpeesaeTcs Mpyu BXoje paboTHU-
Ka B CHCTEMY C IEpPCOHATbHBIMU JIOTHHOM H IIapo-
neM. B ciyuae mpuBiiedeHHsT K BBIIIOJIHEHHUIO PadoT
10 UCIIBITAHUAM ¥ U3MEPEHUIM B 00JIACTH aKKpeau-
TaIUU JIUI], He OTBEYAIOIIUX KPUTEPUIM, s pabo-
TBI IO KOHTPOJIEM, OTIHA IOAHUCAHNA IIPOTOKOIOB
WUCITBITAHUYM ¥ M3MEPEHUH WU WHBIX JOKYMEHTOB O
pesyabTarax AJid TaKUX UCIOJTHUTEIEH MOMKET ObIThH
3a0JI0KHPOBaHA.

HocraTouHo TPOCTO TPOIAEMOHCTPUPOBATH DHKC-
IePTy, YTO KaKIbIH BHECEHHBIH B 001aCTh aKKpPeIH-
Taruu PaboOTHUK 00eCreYnBaeT MPOBEIEHHE UCIIhI-
TaHUH W U3MEPEeHHH M0 TPedyeMOMYy KOJIHYECTBY
BKJIIOYEHHBIX B 00JI1aCTh aKKPEIUTAI[UH CTAHIAPTOB
¥ UHBIX JOKYMEHTOB, COJEP:KAIINX IPABUIA U METO-
JIbI UCIIBITAHUU U U3MEepeHUN.

Heo6xomuMo 0TMETHTD, 94TO (PAKT HAIWYHS TPe-
06yeMoro ombITa, KAk MOPABHJIO, ITOJTBEPKIAETCS
MOANHCHI0 PA0OTHHKA J1ab0pPaTOPUH B IIPOTOKOJIE
WCIIBITAHUA, TI0ITOMY IPOTOKOJBI HCITBITAHUMN
IOJKHBI COIEPIKATh AaKTyaAJbHYI HH(OPMAIHIO O
PpearbHBIX UCIOTHUTENAX, & B IEHCTBYIOIEH cucTe-
Me Heo0XOIMMO IIPeIyCMOTPEeTh BO3MOKHOCTH Pas-
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MEIeHHUs TOATBEPKIAIONUX OMNBIT IIPOTOKOJIOB
HUCITBITAHUH.

T'unomesza mpemvs. LIMS obecneuusaem ax-
MyaabHOCIMb UHGOPMAYUL 06 UCNLIMAMEAbHOM
(ecnomozamenvrom) obopydosaruu u cpedcmeax
U3Meperus, yKa3aHHblX 8 obaacmu axkpeduma-
yuu. B pamrax pyurnmonupyomeiit CMK B akkpe-
IWTOBAHHOU J1abopaTropuu 0O0JIbII0e BHUMAHUE yie-
JIeTCd COCTOSHUIO CPENCTB M3MEPEeHHH U HCIBITa-
TesrbHOTo obopynoBanusd (1. 23.9, 23.13 «Kpurepres
...» [3]). CrreruaibHbBIA MEHEIKEP yIIpaBIeHus 000-
PYIOBAHHUEM COJIEPKUT HEOOXOMUMYI0 WH(POPMAIIHIO
000 BCeX HKCIUIyaTHPYEMBbIX €JIUHUIIAX, HATIPHMED:

a) uaeHTU(UKAIINOHHBIE JaHHbIE KAKIOH equ-
HHUITBI 000PYIOBAHKS U IIPOTPAMMHOTO 00eCIIedeHns
(B TOM YHClIe HAUMEHOBAHKE U3TOTOBUTEJISA, THII, Ce-
PUIHBINA HOMED U AP.);

6) ykasaHre MECTOHAXOKIEHUS 060PyIOBAHYS;

B) MHCTPYKIIMIO/CTAHJAPTHYIO OIEPAIHOHHYIO
nporeaypy (COII) mo wmcmonb3oBaHUO U yIpaBie-
HHIO 000PyI0BaAHHEM;

r) cBeleHHUs 00 M3MEPEHHSAX W 00d3aTeTbHBIX
MEeTPOJIOTHYECKUX TPEOOBAHUIX HUM;

1) maThl, PE3yJbTAThI W KOIUU CBHUIETEIHCTB
0 moBepKe U (MIM) CEPTU(PHUKATOB KAITUOPOBKH,
IJIAHUPYEMYI0 TAaTy OdYepeqHON ITOBepKu u (WiIu)
KaIHOPOBKH;

e) mwiaH OOCIy;KUBaHWUSI U PE3yJbTAThl IIPOBE-
IEHHOTO 00CIYKUBAHUS 000PYTOBAHS;

3K) JaHHBIE O MOBPEKIEHUIX, HEUCIIPABHOCTIX
¥ peMOoHTe 000pyI0BaHuUs.

HeiictBytomme B 1ab0OpaToOpHUU  COTJIACHO
m. 23.13 mpaBuna mo 6Ge3omacHOMY OOpAallleHHIo,
TPAHCIIOPTHPOBAHUIO, XPAHEHUIO, WCITOIbH30BAHMIO
¥ TUIAHOBOMY OOCIY;KMBAHUIO CPEICTB U3MEPEHUH U
HCIBITATEIFHOTO O00PYAOBAHUA [ OGECIeueHHs
¥X Haaexanero GyHKIMOHUPOBAHU U IIPeAyIpe-
JKIEHUs 3arPA3HEHUs WIN MOPYHM MOTYT OBITH pas-
MeIIeHbI B crienuaabuoM Menemxepe J0KyMEeHTOB.

T'unomesa uemseepmas. LIMS o6ecneuusaem
HQOAEHCAUULL KOHMPOAL KAHeCmaa pe3yabmarnos
ucnvimarnuti u usmepernuii. I1. 23.11.1 «Kpurepues
...» TIPEAIHUCHIBACT HAJIWUYKE B JIaGOpATOPUU MeXa-
HU3MA TUIAHUPOBAHWS M aHAIU3A Pe3yIbTaToB KOH-
TpPOJIA KadyecTBa UCHBITAHWN W HW3MEPEeHHUH B BHIE
BHYTPEHHEr0 KOHTPOJIS KauyecTBa C WCIIOJIb30BAHH-
eMm craugaptabix 0o0pasmnos. STARLIMS mossomser
IJIAHUPOBATh U o6padarbiBaTh pedyiabraThl BJIK B
COOTBETCTBUU C YCTAHOBJIEHHBIMH MIPABUJIAMH U IIe-
puogmaHocThio. CreruanbHo 711 npoBegenus BJIK
paspaboran momyab Lab5725X, xoropemi mpen-
HAa3HAYeH [JI1 aBTOMATHU3AIMKM IIPOIECCOB IIOJ-
TBEPIKJIEHUS COOTBETCTBHUS PE3YIbTATOB U3MEPEHUH
tpeboanusam craggapros ['OCT P MCO 5725-2002
[1] (B yacTM MOJOKEHHUH BHYTPEHHErO0 KOHTPOJIS
KadecTBa pesynbraroB usmepenunit) u PMI' 76-2014
[6] (mossbrit). IIporpammusbiii mpoxykr Lab5725X
yenenrHo mpotren arrecranuio B PI'YII «(YHUHUM»

u nmeer CBugerenbcTBO 00 arrecraruu. Kpome aro-
ro, Lab5725X saperucrpupoBan PenepanabHOi
CILy:K00¥ 110 MHTEIEKTyaIbHON COGCTBEHHOCTH, TIa-
TeHTaM W TOBapHbIM 3HaKaM B Peecrpe mporpamMm
s OBM (cBHmeTebCcTBO 0 TOCYIapCTBEHHOHN peru-
crparuu Ne 2009615431). UcnonbsoBanue MOMyIIst
obecrieynBaeT MPOBEJEHNE BHYTPHUIAO0PATOPHOTO
KOHTPOJISI KAYECTBA II0Jy4aeMbIX B JIaO0pPaTOPUH pe-
3yJbTATOB aHA/IK3a P00 BEIIECTB U MATEPHAIOB
(IIpu KOHTPOJIE IPOAYKITNK, OO BEKTOB OKPYIKAIOIIEH
cpelbl U ApyTuX 00bEKTOB), B TOM YHCJIe, OIIePATHB-
HBIA KOHTPOJb IIPOIEAYPhbl H3MEPEHHI, CTaOHIIb-
HOCTH Pe3y/JbTaTOB W3MepeHui (II0CpeaCTBOM IIO-
cTpoeHusa KOHTpOubHBIX KapT lllyxapra, meTomamu
MEPUOUYECKOM TTPOBEPKHM MOTKOHTPOJIHHOCTA U
BBIOOPOYHOIrO CTATHCTHYECKOTO KOHTPOJIA), 4 TAKIKE
pacuer moxasarejiell KauecTsa PesyIbTaToB u3Mepe-
HUM TIpU peajnu3alii METOAMK B Ja00opaTOpuy Ha
OCHOBE Pe3yJIbTAaTOB KOHTPOJIHHBIX IIPOIIEAY].

C yderoMm CyIecTByOmMMUX TPeOOBAHUH 1O 00s-
sarenpbaoMy mposenennio MCH mo Bcem meromam B
obnacru akkpemuranuu B STARLIMS moxxer ObITH
CO3MIaH CIIEeIUATBHBIN MPOEKT, COMEePKAIIII HHPOP-
MaIlMI0 II0 IIPeIOCTAaBJIEHHBIM IIPOBANAEPOM IS
JAIBHEHIINX HCHBITAHWE 00pasiaM, B COOTBETCT-
Buu ¢ Terymum mwianom MCHU. Mudopmarus o pe-
3yJIbTaTax UCIBITAHUH MOKET OBITH aKKyMyJIUPOBa-
Ha B oT4eTHBIE (DOPMBI, IIPUHATEIE y IIpoBaiinepa, u
HaIlpaBjeHa eMy A JajJbHewInel o6paboTKu, aHa-
JIM3a ¥ TIO/IBEICHNS UTOTOB.

T'unomesa namas. LIMS nossonsem kommpo-
AUPOBAMb 8Ce NOMEWeHUS, UCNOAb3YyeMble OASL UC-
nulMaKULL 8 pamkax obaacmu akkpedumayuu.
B LIMS dopmupyercs peectp (karajor) Bcex IIO-
MeIleHu# 1abopaToOpui, B KOTOPHIX BBITOIHATCA
M3MepeHusi B O0OJIACTH AKKPEIUTAIUH, PA3MEIeHO
COOTBETCTBYIOIIee 000pyaoBaHue (CPEICTBO U3Mepe-
HHUA) U paboTaeT Ha3HAYEHHBIH mepconas. Konkper-
HbI€ IIOMEIIIeHUI MOTYT 6BITI) «IIPUBSI3aHbI» K METO-
JaM HCIbITAHUI/U3MEPEeHnusIM, eIUHHUIIAM 000pyHo-
BAHWS/CPEICTBAM W3MEPEHHS U K OIpeae/IeHHbIM
paboraurkam. Kpome Toro, ogumm u3 TpeboBaHUI
CMK saBasamoTca obecreyeHre HAIEKAIAX BHEII-
HUX YCJIOBUM, BIUAOIIUX Ha pe3yjbTaThl U3Mepe-
HUH, I OCYIIEeCTBJIEHHS IesaTelbHOCTH J1aboparo-
pun (Temieparypa, BIAMNKHOCTb BO3IyXa, OCBEIIEH-
HOCTB, YPOBEHB IIyMa U AP.) U UX KOHTPOJIb, a TaK-
ske pUKCcAIMA TEXHUYIECKHUX TpeboBaHUi K mmoMere-
uusM. CBeleHHST O KOHKPETHBIX II0Ka3aTelsax
BHEIITHUX yc.TIOBPIfI, B TOM YHCJIE€ TOIIyCTHMbBIX OTKJIO-
HEHHSIX OT HHUX, MOKHO BBOauTh B LIMS BpyuHyIO,
a IIpyu HaJIU4IUKW COOTBETCTBYIOIIUX aBTOMATHU3HUPO-
BAHHBIX JATYHKOB — B ABTOMATHYECKOM PEIKUME C
3alaHHOM TepuoanyHOoCThI0. HecooTBeTcTBHE MOKA-
3arenedl yCTAHOBIEHHBIM TEXHWYECKUM TPeOOBAHU-
aM HeMeIJIeHHO orciaexuBaercd B LIMS, u mpu He-
00X0MMOCTH (POPMHUPYETCA MPeayIpeKIeHre O He-
BO3MOXHOCTHU BBIIIOJTHEHUA TeX HUJIN WHBIX UCIIbITA-



74 «3aBojackada Jaboparopusda. [[maraocrtura marepuanaos». 2019. Tom 85. Ne 10

HUI/U3MEpPEeHUH B KOHKPETHBIX momerrnenusx. [Ipe-
IyTIpeskIeHHe MOKET BBIBOAMTHLCSI HA SKPaHbI pabo-
TAIOIIEero B 9THX ITOMEIIEHUIX [IepPCoHAaa.

IIpu mepuommueckoil OIeHKe YCIOBHH PabOThI
repcoHasa 3Tu AaHHble Takxke BBoAAT B LIMS ymos-
HOMOYEHHBIE paOOTHUKU.

I'unomesa wecmas. C nomowwvro LIMS nezro
noomeepdumsv  OCHQWEHHOCMb  1ab0pamopul
CMaHOapMHBIMU 00pA3YGMU U UHBLMU Mamepua-
AAMU U peazeHmamu. AHAJIOTHYHO y4eTy BCeX CY-
[ECTBYIOIINX PECYPCOB B JIaOOPaTOPHUU CIIEIIHATh-
Hblil «MeHemKep HHBEHTAPU3AIIMU» [TO3BOJISIET OT-
CIIEKMBATH HAIMYUE, PACXOJOBAHNUE U TEKYIIYIO II0-
TpeOHOCTh B KOHKPETHBIX PeCcypcax, a TaKKe CPOKH
¥xX xpaHenwus. J[omonmHUTETHFHbIE HACTPOMKH TO3BO-
JIAIOT CcPOPMHUPOBATH YBEIOMJIEHHS II0 Mepe IpH-
OMMKEHNA K KPUTHUYECKOMY KOJHMYECTBY TOTO WIIH
MHOTO CTaHIAPTHOrO o0pasiia/MaTrepuala/peareHra
WM UCTEYEHWIO ero CpoKa rojuoctu. «MeHemxep
MHBEHTAPU3AIUN» MPeIHAa3HAuYeH s ydeTa KOJIH-
YeCTBa, PAcxoa, KauecTBa U CPOKOB TOJHOCTH MaTe-
pUanoB, CHATUA C ydJeTa (CHOHMCAHUA), a TAKKe KOH-
TPOJIA TepeMeIleHNsT MATEePUaIOB U OTCIAEKHUBAHUA
COCTOSIHHSI ¥ HAJIWYMS MaTepuana IIyTeM BbIIOJIHE-
HUS TIEPUOTUIECKUX PEBUSHIA.

T'unomesa cedvmasn. LIMS (STARLIMS) coom-
semcmaeyem a8cem mpebo8aHUAM K UHGOPMAYUOH-
HOMY MeHeONCMeRNY, YCINAHO8ACHHbLIM 8 cInandap-
me ISO/IEC 17025:2017 [2]. 9ToT cTaHAApT MOCBS-
1[eH WH(QOPMAITUOHHBIM TEXHOJOTHUAM M periaMeH-
THPYeT WCIOAb30BAHNE KOMIIBIOTEPHBIX CHCTEM,
QIEKTPOHHBIX 3AIUCEH U IMOJTOTOBKY SJIEKTPOHHBIX
pe3yabTaToB, & TAKIKE OTIETOB.

II. 711 comepsxuT TpeGoOBaHUA K IIPOIIECCY
VIIPABJIEHUS MAHHBIMA W WH(OPMAI[HOHHOMY Me-
HEIKMEHTY, IJIi OCYII[eCTBIEHWS KOTOPBIX B Ha-
cTosiIee BpeMs Bee 6osiee MIUPOKO UCIIOIB3YIOT CHC-
Tembl kaacca LIMS. Heob6xoxumo 0TMETHUTS, YTO JIIO-
00 KOPPEKTHO peaarn30BaHHbBIN IPOEKT II0 BHEIpe-
auto LIMS 06s13aTeIbHO COOEPIKUT 9Tall BATHIAIIAN
BHEIPEHHOHN CHCTEMbI HA MPeIMeT ee MPABUIBLHOTO
(pyHKIIMOHHUPOBAHUA, B TOM YHCIe, HAJIEKAIIETO
¢yHKIIMOHUpPOBaHUA HWHTEPQEHCcoB. AneKBaTHOE
BHeJIpeHHne 06ecreunBaeT MO/BKHYI0 3allUTy OT He-
CAHKIMOHUPOBAHHOTO JIOCTYIIa, COXPAHHOCTE OT Ma-
HUMYJIANUNA WIA TOTEPH, IEeIO0CTHOCTh AaHHBIX,
a TakKe BKIIOYAET PETUCTPAIUI0 CHUCTEMHBIX
OIIIHOOK.

IIpu «paBUIBLHOM» BHEIPEHHHU BCE COMPOBOIK-
JIA0IHe KU3Hb Ja00paTOPUM WHCTPYKIIUH, PYKO-
BOJICTBA W CIIPABOYHBIE [AHHBIE, OTHOCAIIHAECT K
cucreMe J1abopaTopHOro HH(OPMAIIMOHHOTO Me-
HEIKMEHTA, TapaHTHPOBAHHO OYAyT JIETKOZOCTYII-
HBIMH JIJIS TIEPCOHATIA.

B cranmapre ISO 17025 ocoboe BHUMaHUE yie-
JIEHO PUCK-OPHEHTHPOBAHHOMY TIOIXOIY B IIPOIlEcce
IeATeNbHOCTH Jaboparopun Kak 6a30BOMY IPUHIH-
Iy TocTpoeHus paboTsl u MeHemxMeHTa. HoBoit pe-

JaKIued MIpeayCcMOTPEeHO, YTo JabopaTropus o0sd-
3yeTcsd OIEHWBAThb PUCKU, CBA3aHHBIE C ee [esd-
TEJBHOCTHIO, C MCIIOJb30BAHUEM COOTBETCTBYIOIIHUX
METO/OB.

Yro racaerca MCIoab30BaHuI B pabore mabopa-
topuu LIMS u cBa3aHHBIX ¢ 9TUM (PpaKTOPOM pHC-
KOB, TO OCHOBHBIE PHUCKH CBA3aHBI B OCHOBHOM C JI0-
9KCIIyaTAIIMOHHBIM TIEPUOMIOM, T.€. C IIPOEKTOM IIO
BHEIPEHMUIO.

Pasgenum [qo9KCILTyaTAIlMOHHBIN IEPHOA Ha
STAITbI U TIOMBITAEMCH UIEHTU(UIIUIPOBATH BO3MOK-
HbIE€ PUCKH U TPEAMOJI0KUTb MEPHI TI0 UX UCKIII0Ye-
uuio. KoMmiiekcHbIl mpoekT mo BHexpenuo LIMS
BKJIIOYAET:

obcremoBanue;

paspaboTKy IIPOEKTHOrO PeIleHuT;

MHCTAJUIAIUIO U IIyCKOHAIAI0YHbIE PA0OTHI;

MHTETPAINIO ¥ TECTUPOBAHHUE;

BaTUIAIAIO;

obyueHHe CIIeIUaINCTOB 3aKa3UnKa,;

MPOMBIIITIEHHYO SKCILIYaTAIHIO.

OcHOBHBIE PHCKH COCPENOTOYEHBI, HA HAII
B3IVIA, HA CTagudax o6cieqoBaHus, paspaboTKu
MIPOEKTHOTO PEeLIeHNs, BATUAAINH U 00yIeHusd. JTO
CBA3aHO IIPEKJe BCEr0 C OTCYTCTBHEM y J1aboparo-
puil 10CTATOYHBIX 3HAHUM 0 BO3MOKHOCTAX LIMS u
MPAKTUYIECKOTO OIBITA €€ HCIO0JIb30BAHUA, YTO MO-
JKET TIPUBECTH K HCKAYKEHWI0O WHQOPMAIIUH, MOJIy-
YeHHOU OT jsabopaTopuu Ha JTane 00CIeTOBaAHUI U
HCIIONIb3yeMOU mpu paspaboTKe MPOEKTHOTO perre-
Husg. B 9ToM caydae pucKH MOTYT OBITH HCKIIOYEHBI
MPOBEIeHHEM HAYAJILHOTO Kypca O0ydeHHs IO IIpo-
exrupoBauus LIMS ¢ Tem, 4T06BI CII€IIHaIHNCTEI JIa-
60paToOpUM MOTJIH ITOJHOIEHHO y4aCTBOBAThH B pas-
paboTKe MPOEKTHOTO PEeIleHus COBMECTHO CO CIie-
[MMATUCTAMHU BHEIPAIOIEH KoMmaHuw. [lpm sToM
ocoboe BHUMAaHIE HEOOXOAUMO YIAEIUTh KOPPEKTHO-
My OIHCAHUIO OW3HEC-IPOIIECCOB JabopaTOpUu u
MpaBUJIAM JIOCTYIIA TEePCOHANA K BBIIOIHEHHUIO TEX
WY WHBIX OIIEPAINH B CHCTEME.

3axJaroueHue

Takum 00paszoM, paccCMOTPEHbI KII0UYEBbIE 00h-
€KThI, VI KOTOPBIX B cOOTBETCTBHHU C «Kpurepusa-
MU ...» HEOOXOMMMBI He TOJBKO MPOo3padvHas JOKa3a-
TeabHas 06as’a, HO W BO3MOKHOCTH OIEPATHBHOTO
dopmupoBanus 0093aTeNbHBIX TOKYMEHTOB, IIOJ-
TBEPIKAAIONINX COOTBETCTBYE JIA00PATOPUY KPUTEPHU-
sam akkpenuranuu. Cymecryomue B STARLIMS
BO3MOKHOCTH (POPMHPOBAHUS OTYETHHIX (POPM B
060 MOMEHT TMO3BOJIAT IIPEIOCTABUTH JKCIIEPTY
aKTyaJbHYI0 HH(OPMAIIHIO 0 paboTHUKAX JabopaTo-
pu#, CpeacTBaX W3MEPEeHHUs, WCIBITATEIbHOM U
BCIIOMOTaTEeIHFHOM 000PYI0BAHNH, CTAHJAPTHBIX 00-
pasiiax u IMOMEIIeHNIX B YCTAHOBJIEHHOM dhopMare.

Hasi yOopolneHwWs MpOUeAyphl ¥ COKPAIEHUS
BpeMEHH HA IIOMCK U (POPMUPOBAHHE UTOTOBBIX
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00s13aTeIbHBIX JTOKYMEHTOB Ha 0ase peIleHus
STARLIMS paspa6oran crenuanbHbli wHTEPgEHC
«AKKpenuTanusg», MO3BOJAIONIUN OMEPATHBHO 3a-
MpAIUBATE U CTPYKTYPHUPOBATH HHQPOPMALHIO B
BHJE JOKYMEHTOB /Il IOATBEPIKIAEHUS COOTBETCT-
BUS KPUTEPHIM aKKPEIUTAIINH.
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HEPA3PYIIAIOIIUMA KOHTPOJIb U3IEJINHA, N3TOTOBJIEHHBIX
C UCIIOJIbSOBAHUEM AJIUTUBHOI'O ITPONU3BO/ICTBA,
OIITHNYECKUMU METOJJAMUA

© Auekcenn [Imurpueuu UBanos®, Bragumup Jleomnnosuua Munaes,
I'emnanuii HukosaeBnu BunrHaxoB
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B cBs3u ¢ pasBuTHEM aIUTHBHOTO ITPOM3BOJCTBA M IPHMEHEHHEM AJJHUTUBHBIX TEXHOIOTHHA
Ha BCEX 9Tanax ’KU3HEHHOTO ITUKJIA U3eIHH BOSHUKAET IOTPEOHOCTh B METOIax KOHTPOJIT HX
XapaxkTepucTHK. B paboTe paccMOTPEHO KCIONb30BAHHE ONTHYECKUX METOLOB H3MEPEeHUH
NPUMEHUTEIHHO K O0BEKTaM CIOKHOH (popMmbl. M3memris, M3roTOBIEHHbIE METOJAMU aJiiv-
TUBHBIX TEXHOJIOTUH, MOTYT UMETh Ie(EeKThbl, XapaKTePHbIE I «[IOCIOHHOT0» BBHIPAIIIMBAHUS
Jerajeil, Takue Kax PacciIoeHus, HeIIPOKIeH, IIOPUCTOCTh, KOPOOIeHre, HAaIIPAKeHHO-1ehOpMU-
POBaHHBIE COCTOSHUA, IIIEPOX0BATOCTh U T.4. Omucans! yerpoiicTa, paspaboranusie Bo PIYII
«BHUMOPH» Ha ocHOBE MPUHITUIIOB UHTEP(EPEHIINH, CTPYKTYPUPOBAHHOTO CBETA W IOJIOrpa-
uum, mia BeIABIEHUA MePEKTOB TAKUX W3IENH. PaccMOTpeHbI IIPEenMyIecTBa U HeIOCTATKH
nHTEp(EPEHITMOHHOTO MHKPOCKOIIA, CKaHepa-mpoduaoMerpa 1 meporpada IpUMEHHUTEIHHO K
KOHTPOJIIO YKA3aHHBIX THUIIOB reoMeTprdeckux nedertoB. Oco6eHHOCTh 3THUX ITPUOOPOB 3aKIII0-
YaeTcs B BOSMOKHOCTH paboTaTh C pa3INIHbIMU TUIIAMH MaTEPHAIOB: METALIbI U UDIEKTPUKH,
po3padHble, OTPAKAOIIHe, PACCEUBAIOINNE, & TAKIKEe KOMIIO3UTHbIE MaTepuasbl. [IpuBeneHbl
PesyIbTaThl HKCIIEPUMEHTAIBHBIX WCCIEIOBAHMM 110 00HAPY/KEHHIO [TOBEPXHOCTHBIX ¥ ITOATIO-
BEepXHOCTHBIX AedekToB. IlpencraBnensr mHTEp(EporpaMMbl U pPe3yibTaThl PEKOHCTPYKIIUN
(hasbl KaK OTPAKAIOIINX, TAK W IIPO3PaIHbIX 00bekTOB. O6HAPY:KeHbI 1eeKTh B IOKa3arese
MIPEIOMIIEHHIST MUKPOPE30HATOPA, U3TOTOBJIEHHOTO U3 OIITHYECKOro BosoKHA. OlleHeHbI MeTpo-
JIOTUYECKHe XapaKTEPUCTUKY OITHIECKUX IIPUOOPOB /I HepaspyIaioliero KOHTPOJII U3/IeINH.
WsrorosneHb! u 0poboBaHbI paboune STATIOHBI I TPAIYHPOBKH U KATHOPOBKY OIITHIECKUX
mpubopoB, paccMarpuBaeMbix B pabore. Mcmonb3oBaHuWe CIIEIUATIBHO Pa3spabOTAHHBIX Mep
[03BOJIAET MPUMEHATh YKA3aHHBIE METOfbI He TOJBKO I KaYEeCTBEHHOU OLEHKHA OOBEKTOB
CIIOKHOU (POPMBI U 1e(DEKTOCKOIINH, HO U JI KOIMIECTBEHHOH OIIEHKH XapaKTEPUCTUKY TAKUX
00BEKTOB.

KaroueBsIe cI0Ba: a[UTHBHBIE TEXHOJIOTHI; OITHIECKHE U3MEPEHVs; Hepa3py AUl KOH-
TPOJIb; HHTEP(EepOMETPHS.

NON-DESTRUCTIVE OPTICAL TESTING OF THE PRODUCTS OBTAINED
USING ADDITIVE MANUFACTURING

© Alexey D. Ivanov*, Vladimir L. Minaev, Gennady N. Vishnyakov

The All-Russian Research Institute for Optical and Physical Measurements (VNIIOFI), 46 Ozernaya ul., Moscow, 119361,
Russia; *e-mail: academi@ya.ru

Received July 26, 2019. Revised August 10, 2019. Accepted August 21, 2019.

Developing of additive manufacturing and the use of additive technologies at all stages of the product life
cycle entails the necessity of developing methods providing control of their characteristics. Here we con-
sider application of the optical measurement procedures to the objects of complicated shape. Products
manufactured by the methods of additive technologies may have defects such as delamination, starved
joint, porosity, warp, stress-strain state, roughness, etc. We present the devices designed and developed on
the principles of interference, structured light and holography at the “VNIIOFI” Federal State Unitary
Enterprise to identify the defects in the products of additive technologies. The advantages and shortcom-
ings of the interference microscope, scanner-profilometer, and shearograph are examined with regard to
the control of the aforementioned types of geometric defects. The special feature of the contact-free meth-
ods is the possibility of control of different types of materials: metals and dielectrics, transparent, reflec-
tive, scattering and composite materials. The results of experimental study aimed at detection of the sur-
face and subsurface defects are presented. Interferograms and results of phase reconstruction are pre-
sented both for reflective and transparent objects. Defects of the refractive index of the microcavity made
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of an optical fiber were detected. Metrological characteristics of optical devices for non-destructive testing
of products are estimated. Standards for calibration and graduation of the optical devices considered in the
study were manufactured and tested. The use of specially developed standards makes it possible to use
these methods both for qualitative assessment of the objects of complicated shape and flaw detection and
for quantitative estimation of their characteristics.

Keywords: additive technologies; optical measurements; non-destructive testing; interferometry.

BBenenmne

YpesBbIMaliHO BAKHO OCYIECTBIATH KOHTPOJIb
nmerasnei, (hOPMUPYEMBIX C HCIOJb30BaHUEM aJJIH-
TUBHBIX TEXHOJOTHH, HA Hamw4yue aederros. Ha-
JEIKHOCTh ¥ DKCIUIyaTallHOHHBbIE XapaKTEePHUCTUKU
TAaKUX JeTajeHd 3aBUCAT OT HAJIWYUA B HUX CTPYK-
TYPHBIX HEOTHOPOAHOCTEH 1 HECIIJIOUTHOCTEH, B CBA-
3U ¢ 4yeM obHapy:;xeHre ned)eKTOB SBIIETCI aKTy-
anbHOM 3amaderi. Ha puc. 1 mpuBeneHbl OCHOBHBIE
THUIIBI Ie(PEeKTOB U3ENH, IPOU3BEIEHHBIX C IIPUMe-
HEHHEM aJIWUTHUBHBIX TEXHOJOTHUH, B 3aBUCHUMOCTHU
OT CTelleHHU oIlacHoCTH (BblmeseHa nsetoM) [1]. Ot
nedekrThl 0COOEHHO XapaKTepPHbBI IJIS TEXHOJIOTHU
CEJIEKTUBHOTO JIA3€PHOTO CIIEKaHUA.

YunuThIBag, UYTO WCIOIb30BAHHUE ANIUTHBHBIX
TEXHOJIOTHH HanboJiee 1e1ecoo06pasHo Mpu U3TOTOB-
JICHUU OPOTHX W3 CI0KHOHM (DOPMBI, KOH-
TPOJIb TEXHOJOTHUYECKUX IIPOI[ECCOB W AUATHOCTUKA
KOHEYHBIX H3IEeIUH SABIAIOTCA OTHUMHU W3 KIIIOue-
BBIX 3BEHbEB B IIMPOKOM PACIIPOCTPAHEHUU 3THUX
texHosoruéi. HecMoTpa Ha TO 4TO MeXRAyHAPOTHbIE
CTaHAAPTHI B 00JIaCTH HEPA3PYIIA0NIer0 KOHTPOJLT
aIIUTUBHBIX U3JIEINH BCe ellle HAaXOAATCI B paspa-
6orre (ISO/ASTM DTR 52905, ISO/ASTM CD TR
52906), y:xe ceiiyac C yBEPEHHOCTHIO MOKHO CKa-
3aTh, YTO ONTHIECKHUE METObI MOTYT OBITH YCIIEIITHO
KCIOJIE30BAHBI B IIEIAX KOHTPOJIS IIOBEPXHOCTHHIX U
MTOIIIOBEPXHOCTHBIX 16(DEKTOB.

I KOHTpOJIA BBIMIEYKA3AHHBIX Ae(PeKTOB BO
OI'YII «-BHUNOPN» 6b11m paspaboTasbl TPH yCT-
poiicTBa: HHTEP(EPEHITMOHHBIH MHUKPOCKOII C TOMO-
rpauuecKoil IPUCTABKOM, CKaHEP-IPOQUIOMETD U
meporpad. Llenp Hacrosmed paboThl 3aKI0YAIACH
B paspaboTKe METOIOB ¥ CPEICTB IJId M3MEpPeHHUi
KOHKPETHBIX IIapaMeTPOB W3IENHUU aaIUuTUBHOTO

IIMPOKOM [HAIA30HE Pa3MepoB H3IeNuii), medop-
Maruil ¥ HANPSKEHHBIX COCTOSHWHN, a TakKe I
Ompejie/ieHUs. THUIIA W KOHIEHTPAIMH MIpuMecei
MHKPOHHOTO ¥ CyOMHKPOHHOrO Maciinraba Ha Io-
BEPXHOCTH U3IEITHH.

MeToasl HcciiefOBaHUA U ammaparypa

Bremuuii Bujg paspaboTaHHBIX TPUOOPOB U
THIIBI KOHTPOJHUPYEMBIX C KX IIOMOIIbIO Je(DEKTOB
MpeJCcTaBIeHbl HA puc. 2. BamHo orMeTuTh, YTO B
HACTOSIII[MA MOMEHT B aAJUTHBHOM IIPOMU3BOICTBE
HCIIOB3YIOT OTPaKAIoIhe, PAaCCEerBAIOIAe U IIPO-
spaunble Marepuainbl [2]. Takum obpasom, HaHHBIE
yCTPOMCTBA MOTYT PaboTarh ¢ MaTepHUaIaMu, UME0-
MU PA3TUIHbIE OITUIECKHE XapAKTePUCTHKH.

IIeproe ycrpoiicTBo Ha prc. 2 coBMeIaer B cebe
WHTEP(EPEHITHOHHBIA MHUKPOCKOII ¥ OITHYECKUUH
Tomorpad. MHurepdepeHIinonHas MUKPOCKOIIHS
HMMeeT OHY BAYKHYI0 0COGEHHOCTb: YTOOBI IIOJYUYUTh
WHTEP(EPEHITHOHHYI0 KapTHHY, HE00XOIUMO, UTO-
ObI 00BEKT OTpasKasl CBeT. B ciaydae mamenwit amau-
THBHOTO IIPOU3BOICTBA JJIA UCIIOJb30BAHUA YKA3aH-
HOT'0O MeTOo[a UM Heobxomuma moaupoBka. [loce mo-
JIUPOBKXA MHUKPOCKOIT MOKET C BBICOKOW TOYHOCTHIO
KOHTPOJIHUPOBATH IIIEPOXOBATOCTD ¥ HAIMYKE MUKPO-
TPEIHH.

MuEKpOCKOII MOKET OmpenenaTh (POPMy MOBEPX-
HOCTH OJyiaromaps HCIIOJIb30BAHUIO B OITHYECKOH
cxeme Meroma asosbix maroB [3]. PasocaBura-
0L OJIOK IIPECTaBIISIET COOOI y3€ell, PaCIIOIOKeH-
HBIM B pepepeHTHOM ONTHYECKOM KaHayie UHTepge-
PEHIIMOHHOI0 MHKPOCKOIIA II0 cXxeMe JIMHHMEKA, Cco-
Iep:KaImui raagkoe (MOHOATOMHOE) 3epKajo C Iie-
poxoBaroctbio Ra = 0,05 HM, MHUKPOOOBEKTHB U
CHUCTEMY MHUKPOMETPHUYECKOTO ¥ HAHOMETPHYECKOTO

MIPOMU3BOJICTBA — TEeOMETPHYECKHX MapaMeTpoB (B nepemetnenus, yupasiasemyio [IK. depkano maxo-
TheIMEa Mo s MopueToeTs Hanps>xeHHble LLepoxo-
P COCTOSHMA BCATOCTDb

Puc. 1. Jledexrsi, xapakrepHble AT aAJATHBHOTO IIPOU3BOJICTBA

Fig. 1. The main defects characteristic of the products of additive manufacturing
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HEMPOKASH, PACCAOEHMS

Puc. 2. Buemnunii Buj npubopoB I HepaspyLIawero KOHTPOJIA: ¢ — WHTep(epeHIInOHHbIA MEKPOCKOII-TOoMOrpad; 6 — cka-

Hep-TipouIomerp; 8 — 1eporpad

Fig. 2. Devices for non-destructive testing: a — interference microscope — tomograph; & — scanner — profilometer; ¢ —

shearograph

OUTCA B TepemnHeid (POKaTBHON IIJIOCKOCTH MHKPO-
obbexTuBa. J[aa KoMmeHcauu abeppaiuii onrude-
CKOI cucTeMbl HHTEP(EpPOMETpa Iepes MPOBeIeHH-
eM WM3MepeHHA 3aIUCHIBAIOT IPO(UIb ITATOHHOTO
TJIaJIKOTO 3epKajia, KOTOPhIA B JAaTbHEUIIIeM BBIUU-
TaroT U3 IIOJIyY€HHbIX JaHHBIX.

IIpu mOpoexkTHpoBaHUK MHKPOCKOIIA OCHOBHAA
3azada COCTodJIa B IIOBBIINIEHHWHW TOYHOCTH U CTa-
OMIIBHOCTH OIIpefesieHus BbICOTHI MUKpOpenbeda, a
TaKKe pacIIMpeHUH [Ualia3oHa U3MepeHUH B jiaTe-
PaIbHOM ILIOCKOCTH. B KOHCTpyKIum wmHTEpPdQEpo-
MeTpa ObLT KUCIIONH30BAH TOYEUHBIH MCTOYHUK CBe-
Ta, KOTOPBIA I0O3BOJIIET 00ECIIEYUTh BBICOKYIO CTe-
IIeHb TIPOCTPAHCTBEHHOM KOTEPEHTHOCTH W3Iyde-
HUA, HO IIPU 9TOM CTeIleHb BpeMeHHO! KOTepeHTHO-
CTH OCTAETCsI HUBKOM, MOCKOIBKY CIEKTP MOT00HBIX
HWCTOYHUKOB JIOCTATOYHO IIUPOKuUii. B pesynbrare
AHHOe PeIleHre MM03BOJIAeT YAAIUTh CIEKI-CTPYK-
Typhl U3 HWHTEepdeporpaMm, 4TO, B CBOIO O4Yepesb,
CHIKAET KOJIUIECTBO (PAa30BBIX IIIYMOB.

Ha puc. 3 mokasano, kak mocpeacrsom o6pabdoT-
KU UHTep(EePEeHIIMOHHBIX KAPTUH PEKOHCTPYUPYIOT
dopmy obberTa (BMATHHA), a TAKIKE IPeCTaBIeHbI
pe3yabTaThl U3MEpPEeHu pacupefeeHns IoKa3are-
JIS TIPeJIOMJIEHUS IIPO3PavyHOi MUKPOchepbl (MHKPO-
pesoHaropa) u3 crekjia guaMmeTpoM 0kojo 400 Mrm.

MugpopesoHaTop — yHHUKAJIbHBINA 3JI€MEHT (PO-
TOHUKH, KOTOPBIH PaboTaeT ¢ MOJaMU THIIA «IIIEIdy-
el ramepen». BakHeHIed xapaKTEePUCTHUKOHN Ta-
KOTO pe3oHATopa SBJSEeTCI ero A00POTHOCTH, KOTO-
pas B 3HAUUTEIbHOU CTETIEHU OTPeiesiaeTcd pacces-
HHEM MO]] OITHYECKOTO H3JIyUYeHUsd HA Pa3THIHBIX
nederrax. PaccesHre onTHYeCKOro U3JIydeHUs IPO-
HWCXOIUT Ha JIO0BIX JOKAIBHBIX HEOIHOPOMTHOCTIX
moKasarena npenomieHnus. [Ipu sTom BaskHO ompe-
IeNATHb He TOJBKO PACIIOJIOMKEHHE ero (IyKTyaIluid,
HO M uX abCONIOTHOEe 3HAYEeHHe, I 4ero HeoOXo-
IVMO TIPOBECTH W3MEPEHHs JOKATbHBIX MHUKPO-
CKOITIMYECKUX HEOTHOPOTHOCTEN IIOKa3aTesd IIpe-
JIOMJIEHHUS 110 BceMy o6beMy MHKpopesoHaTopa. Ta-
KHe HEOMHOPOJHOCTH HEBO3MOKHO 3aperucTPUpO-
BaTh CTAHAAPTHBIMH METOJAMU OITHYECKOH WU
30HIOBOM MHUKPOCKOIIMH, IIOSTOMY IJId STHUX Ilejiei
MBI BBIOPAJIH METO]I OIITHYECKOH ToMorpadomu [4].

IIpu KOHCTPYHpPOBAHHUKM MHUKPOCKOIIA OBLIH ¥C-
TIOTb30BAHBI CEPUIHO BBIMyCKAEMbIE OIITHYECKHE,
ONTOMEXaHUYECKHE U IIPOYHe KOMILIEKTYIOIIHE IIPO-
uspozcrea Thorlabs Inc. (CIITA) u Edmund Optics
(I'epmanus). Beibop maHHBIX IPOU3BOAUTENEH 00Y-
CJIOBJIEH ITUPOKON HOMEHKJIATYPOM ¥ BBICOKMM Ka-
YeCTBOM H3TOTOBJIEHHA BBIMYCKAEMbIX HMH KOM-
IUIEKTYIOIHX.
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Puc. 3. Ilosranuas o6paborka nHTEPPEPOrPAMM OTPAKAIOIIEH IT0BEPXHOCTH 00beKTa A1 ero 3D-pekoHCTpyKITHH (c1eBa) U To-

MorpaMma Ipo3pavyHOro OITHIECKOr0 MHKpOpe3oHaropa (cripasa)

Fig. 3. Step-by-step processing of interferograms of reflecting surface for 3D-reconstruction of the object (left) and tomogram

of a transparent optical microresonator (right)

Mugpockorn o067amaeT ClIeAyoIUMH TeXHUJIe-
CKUMH ¥ METPOJOTUYECKUMHU XapaKTEePUCTHKA-
Mu: rabapuTHBIE pasMepbl He MpeBhImanT 360
(mmuua) X 300 (mupuna) X 495 (BbBICOTA) MM; IHA-
na3oH usMepeHuil BbicOT — oT 108 1o 5- 105 m
NpUBEJeHHAA OTHOCUTENbHAS IOTPEIIHOCTh H3Me-
peruii — 0,01 %.

Crenytomuii  mpubop — CcKaHep-IpPodQuIIo-
MeTp — HCIOJb3yeT B CBOeH paboTre CTPYKTYpPHPO-
BAHHBIH CBET, KOTOPBIN IIpeCTaBiIsieT co00M CHCTe-
My IPOeIHPYEMbIX TapasIelbHbIX YePHBIX U O€IbIX
monoc. Cramep ompexpenser popMmy 00BEKTOB, HMe-
omux  auddy3HO-pPaACCEeHBAIIYI0 IT0BEPXHOCTD:
0 ¢opme o0BEKTA CygdaT MO IAedpOpPMAIIMH II0JI0C
IPH €ro OCBEIEHUH CTPYKTYPHUPOBAHHBIM CBETOM.
Boccranosnenuve dassr ama nmpodumomerpa, e uc-
MOJIb3YeTC CTPYKTYPHPOBAHHBIN CBET, IIPOBOMAAT
TEeMHU K€ MEeTOIaMH, UYTO U B HHTEP(EepOMEeTPHu:
MeTomaMu (pas3oBBIX IAroB u (pypbe-mpeobpasonBa-
uns (FTP — Fourier Transform Profilometry) [5].
B meronme dazoBbix maros Tpe6yeTcs perucTparius
KaK MUHHUMYM TpexX UHTep(epeHIMOHHBIX H3006pa-
JKeHUH 00BheKTa IPU Pa3IuYHbIX 3HAUEHUIX CABUTA
TI0JIOC, TI03TOMY €0 MCIIOJIb30BAHUE I UCCIIeI0Ba-
HUS TUHAMHYECKHX 00BEeKTOB mpobieMarudno. Jis
MeTrona pypbe-IpeobpasoBaHus JOCTATOUHO OHOTO
n300paKeHusi, MOITOMY €ro IIHPOKO MPUMEHSIOT

TIPU W3YyYEeHUW HEeCTAlMOHAPHBIX 00beKToB. Meros
dypre-podromerpun 061aKaeT 0YEBUIHBIM IIPE-
HMMYIIIECTBOM IIPH PETUCTPAIINH JAHHBIX B PEATLHOM
Bpemenn u 3D-u3MepeHHAX AUHAMHYECKHUX IIPO-
meccoB. OcHOBHBIE 3Tambl 00PAOOTKY MOIyIeHHBIX
n300paKeHu MeTomoM  (pypbe-IIpeodpasoBaHUs
BKJIIOYAIOT:

npsmoe 1mpeobpasoBanue Pypne wmHTEpdEpO-
rpaMMbl 00BEKTA: TaK Kak u3obpaskeHue o0beKTa
MPOMOyTUPOBAHO CHUCTEMOH II0JIOC, €T0 IMPOCTPAH-
CTBEHHBIN CHEKTp OyfeT MMeTh IPKO BbIPAKEHHbIE
nuky (DOpsAKY) BOMM3U YACTOT, KPATHBIX YACTOTE
I0JIOC;

MIPOCTPAHCTBEHHY0 (PUIHTPAIHIO CIIEKTPa 00h-
€KTa II0JIOCOBBIM (DHIBTPOM, BBIIEIAIONINM TOJIBKO
+1-# unu —1-# TOPATOK B CIIEKTPE;

obpaTtHoe mpeobpasoranue Pyphe, B pesyabraTe
KOTOPOTO IOJIIy4aroT MATPHUILY KOMILIEKCHBIX YHCE,
apryMeHThI KOTOPBIX PaBHBI UCKOMOH (hase.

st peKoHCTPYKIMU (POPMBI ITOBEPXHOCTH 00B-
eKTa MeTOoJIoM (hypbe-CHHTEe3a UCII0Ib30BaIN MHOIO-
PAKypCHYI0 OIITHYECKYI0 CXeMy IIPOEKI[HH II0JIOC,
reoMeTpUUecKre mapaMeTpbl KOTOPOH obecrieynBa-
0T OJWHAKOBBbIE MacmITaOHble HPeoOpPa30OBaAHUI
(hassl B BBICOTY 00BEKTA B KAMKIOM U3 pakypcoB. Ha
puc. 4 mpencrasieHa TpeXpaKypCcHas CHCTeMa OCBe-
IeHnsa o0 beKTa.
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Puc. 4. Cxema pabors! ckanepa-npoduiaomerpa (ciaesa): I — HCTOYHUK cBeTa; 2 — pernerka; 3, 3', 3" — 06 bEeKTHUBbI IIPOeIUpy-
IOIIKX KAHAIOB; 4 — 00beKT u3MepeHus; 5 — 00beKTUB PETUCTPUPYIOLIET0 KaHAana; 6 — IIOCKOCTh PETUCTPATOPA; MOJENb 3y6a B

CTPYKTYPUPOBAHHOM CcBeTe (Crpasa)

Fig. 4. The optical scheme of the scanner-profilometer (left): I — light source; 2 — diffraction gratingee 3, 3', 3" — lenses of
projection channels; 4 — object under study; 5 — lens of the registration channel; 6 — plane of detector; model of the tooth in
structured light (right)

F t Mbe30ABUTATEAL ASCDEKT, _ Pesyabtar
T UMUTURYIOLLMN - AeTeKTUPOBAHMS
( paccAoeHue

Kamepa

g HATPY3KA
—— MPSMOM AYY
—— CABUHYTbIM AYY MPOM3BOAHAS OT
Aechopmaumm
UHTEPdOEPO- PA3HOCTbL ABYX .
rPaMMA MHTEP e POrPaAMM ‘ . l; -

Puc. 5. Cxema pa6ors! meporpacda u uCXoHble HHTep(eporpaMMsl (cieBa); obHapy:KeHue aedexra mpu qedopMaliuy uaaesusa
(crpaBa)

Fig. 5. The optical scheme of the shearograph and interferograms: initial (left); and corresponding to strain-induced product
flaw (right)
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Puc. 6. Mepa nedopmannu u mreporpamma (cieBa); Mepsbl I CKaHepa-ImpoUIoMeTpa U pe3yIbTaThl er0 KATNOPOBKH (CIipasa)

Fig. 6. Theloading device and the shearogram (left); cones for imitation of the surface shape and results of calibration (right)

Koucrpykuua mpoduiromerpa I103BOIAET HC-
MMOJIb30BATH €r0 B CTOMATOJIOTHH. BaXHO OTMETUTH,
YTO ANIUTUBHBIE TEXHOJOTHH IIPUMEHSIOT B COBpe-
MEHHOU CTOMATOJIOTHH [Jis CO3JAHHUS XUPyprude-
CKHUX IIa0JIOHOB, SJIAHHEPOB, 6PEeKeT-CHCTeM, IIPOTe-
30B ¥ KOPOHOK.

OcCHOBHBIE TEXHUYECKHE W METPOJIOTHYECKHe
XapaKTEePUCTUKN CKaHepa-mpoQriIoMeTpa: auamna-
30H HM3MepeHHi# BbICOT — OT 5107 mo 1072 wm;
MPUBEIEHHAS OTHOCUTEIbHAS IOTPEITHOCTDh HM3Me-
peuunit — 0,5 %; rabapurHble pasMepbl — He Oosee
235 X 53 X 50 mmM.

Tperuit mpubop — mieporpad — OCHOBaH Ha
MEeTO[AaX CIIEKJI-UHTeP(EPOMETPHUH, I03BOJISIOIINX
MOJIYIUTh IPOU3BOIHYIO HOJIA 1ed)OPMAIIHH IT0BEPX-
Hoctu 00bekToB. llleporpacdus saenserca uaTEepde-
PEHIMOHHBIM METO[OM HCCIAEIOBAHUA HedopMarimit
[IEPOXOBATHIX IIOBEPXHOCTEH U HAXOAUT IIPHMEHEe-
HYe B aBHAIIUOHHOU M KOCMHUYECKOH OTPaCiIxX MAJId
IOMCKA MOJMOBEPXHOCTHBIX nederro. Cxema pas-
paboramHoro meporpadga mnpusenesa Ha puc. 5. Ou-
THYECKas cucTeMa Ipubopa opMuUpyeT IBa IIOIe-
PEYHO CABHHYTHIX IIyYKA, KAMKIBIH U3 KOTOPBIX CO3-
naet m3obpakeHre 00BEKTA B IIOCKOCTH MATPHIIHI
BHUIEOKAMeEPhl. JTH IMyYKH MapajielbHO HHTepQe-
PHUPYIOT U BHICTPAUBAIOT HHTEP(EPEHIIHOHHYIO Kap-
THHY — CIeKJI-UHTepdeporpaMmmy.

OcHOBHOE mpuMeHeHHe Ieporpaduu — KOH-
TPOJIb TOAIOBEPXHOCTHBIX Ie(PEKTOB KOMIIO3UTHBIX
marepuayioB [6]. UToObr o6HAPY:KUTH medeKT, Heob-
XOIMUMO HATPY3UTh OOBEKT M CHEJIATh HECKOJIHKO
SKCIIO3UIIMH ero IOBEPXHOCTH: [0 U I10ciie aedopma-
nuu. J{na pacuindpoBryr HHETEPREPOrpaAMM HCIIOTh-
3yioT MeToy (ha3oBbIX 1maros. [y permcrparmuu me-
dopmaruii 00HEKT U3MEPEHUH MOKEeH HAXOIUTHCS
Ha paccrogauu nopaaka 4000 = 1000 mm ot miepo-
rpada, mpu 3TOM OOBEKT M3MEpPeHHH OCBEIaeTCs
mazepoM. B mamHOIl paboTe HCIIONB30BAIN JIa3€ep-
HBI MCTOYHUK WU3JIYyUYEHUs C JINHON BOITHBI 532 HM
¥ MOIIIHOCTHIO TTopAaka 15 MBr.

IIpumep paboThl ycTpoWCTBA TPUBENEH Ha
puc. 5, wiuTIocTpUpyIoIeM oOHapy:KeHue aedeKTa c
IUIOCKOM CTOPOHBI TIJIACTHHBI pasMepaMu 55 X

X 45 MM, olHA CTOpPOHA KOTOPOHM MMea SYEHUCTYIO
CTPYKTYPY, HU3TOTOBJIEHHYI0 METOJOM ANIUTHBHBIX
texuosoruit Ha 3D-mpunTepe FormLabs. [lna momy-
YeHUs Je(pOPMUPOBAHHOTO COCTOSHUS TLIACTUHEI €
HarpeBalu ropaduM Bo3gyxoMm. [lpu HarpeBamuu
IUTACTHHBI JedopMaliis ee JUIEBOH CTOPOHBI II0-
3BOJISIJIA OOHAPYIKUTH JIOKAIU3AIHAI0 U OIPEIeluTh
pasmep medexTa.

Illeporpacd obaamaer claeAyOIUMH TeXHAYE-
CKUMH ¥ METPOJIOTHYECKUMU XapaKTEePUCTUKAMHU:
rabapuTHble pasMepbl He mpeBbimanT 310 X
X 150 X 100 mM; mmamnasoH H3MepeHui medopma-
muii — oT 1 1o 100 MKM; IIOrpenIHoCTh U3MEepPEeHuH
mepemelnennit — He 6onee =0,5 MKM 1719 00BEKTOB
¢ mapametpamu IepoxoBatoctd Rz = 3 — 20 MEM,
Ra = 0,5 - 3,0 MEM.

I ompeneneHuss METPOJOTHYECKHX Xapak-
TEePHUCTHK CKaHepa-mpoduiomerpa u meporpada
ObLTH pa3paboTaHbl MEPbI, BOCIPOU3BOJAIINE II0-
BEPXHOCTD U3JEJIUH CI0KHOM POPMBI, a TAKKE I10JIe
nedopmanuii msmenuid. Buemnuit Bum Mep u pe-
3yJAbTAThl KATHOPOBKH NPUOOPOB NPHUBEAEHBI HA
puc. 6. Mepa nedopmariuu (HArpy3odHOoe yCTPOLi-
CTBO) MpPEJCTaBJIeT COO0H IIPOAABINBAEMYIO MEM-
Opany, a Mepbl )OPMBI ITOBEPXHOCTH — KOHYCHI CO
CTYTIEHAMH.

3akaroueHue

Pesynbrarsl KamubpOBKM MMOKA3aIM, YTO IIOPOT
YyBCTBUTEIBHOCTH reporpada COCTaBIISIET
0,15 MM, a AuanasoH U3MepeHui aedopManu —
8 MEM Ha oxHy sKcrosuruo. Ckanep-mpodriomerp
MIPOIEMOHCTPHUPOBAJI OTKJIOHEHHEe (DOPMBI H3Mepsie-
moii moBepxHoctu (CKO), pasuoe 45 mxm. Murep-
(hepeHITHOHHBIF MUKPOCKOI TTOKA3aJl BHICOKYIO TOY-
HOCTB OTIpeieJIeHus BBICOThI 10 *+ 1,5 HM 110 ocH z u
+0,4 MKM B JlaTepalbHOH ILIOCKOCTH. ¥ KAa3aHHBIE
XaPaKTEePUCTUKU ITPUOOPOB II03BOJISIOT OOHAPYIKHU-
BaTh Je)eKThl PA3INIHBIX THIIOB U U3MEPATH UX I1a-
pamerpbr. Takum 06pasoM, 9TH YCTPOMCTBA MOTYT
OBITH HHTETPHUPOBAHBI B MPOIECC ATTUTHBHOTO IIPO-
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M3BOJCTBA W WCIIOJb30BAHBI A OECKOHTAKTHOTO
KOHTPOJISI KavyecTBa U3IEIIHH.
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