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AHAJIN3 HAIIJIABOUHBIX MATEPHAJIOB U3 JINTHIX TBEPbIX
CIVIABOB METOJIOM ATOMHO-SMHUCCHOHHOM CIIEKTPOMETPUHA
C HHIYKTHUBHO-CBSI3AHHOMH ITJIA3MOI*
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Paspaborana MeTonuKa aHAIN3a HAIUIABOYHBIX MATEPHAJIOB U3 JIUTHIX TBEPABIX CIUIABOB HA
OCHOBE K00a/IbTa METOIOM ATOMHO-dMHCCHOHHOHN CIIEKTPOMETPUH C WHIYKTHBHO-CBI3AHHOM
wrasmoit (AJC-HCII) B couerannu ¢ MEKPOBOTHOBOM aBTOKJIABHOM 1poboroaroroskoit. O6o-
CHOBAHBI COCTAB KUCJIOTHOM CMECH ¥ TEMIIEPATYPHO-BPEMEHHBIE [TapaMeTPhI IIPO00IOArOTOB-
KM B YCIIOBHSIX MHUKDPOBOJIHOBOTO HATPEBa B ABTOKJIABE, 0OECIIEUMBAIOIINE KOJIUYECTBEHHOE
nepesefieHre Tpo0bl B YIOOHYIO aHAINTHYIECKYIO0 (popMy 6e3 ImoTeph JeTydnx KOMIIOHEHTOB
s mocnenyrotero AJC-MCII ananusa. ITomobpansl aHaIWTHYECKHWe JUHUM, CBOOOTHBIE
OT CITEKTPAIBHBIX IIOMEX, IS OIpeIeIeHH!s BCeX HOPMUPYEMbIX KOMIIOHEHTOB B HAILIABOY-
HBIX MaTepua/iaX U3 JIUThIX TBEPAbIX CILJIaBOB. HCCJIe].'[OBaHI/IH BBIIIOJIHAJINA C IIPUMEHEHHUEM
o0pasroB HamiaBok u3 mpyTKoB ciwiaBoB [Ip-B3K — IIpH-Y10XK63B5, IIp-B3K-P —
ITpH-Y20XK57B10 u ITH-2 — 3-190K62X29B5C2, comepskaluux CIeyiolue JIerupyolme
anemeHTsI (% mace): Co (mo 65); Cr (28,0 —32,0); W (4,0 -11,0); Si (1,0 -3,0); C (1,0-2,0);
Ni (0,1 -2,0); Mn (0,3 - 0,6) u Fe (o 2,0). [IpaBunbHOCTS OIpenenenns HOPMUPYEMbBIX 9JIe-
MEHTOB MOATBEKIAIN IIyTEM aHAJIN3A CTAHIAPTHBIX 00PAasIOB M METOIOM BAPLHUPOBAHMUS
HaBecku. PaspaboramHas MeTouKa arrpoOUpoBaHa MPH aHAIKU3E IIPOMBIILIEHHBIX 00pasIioB
HAIJIABOK U3 JINTHIX TBEP/BIX CIVIABOB HA OCHOBE KOOAIBTA UCCIAEOBAHHBIX MAPOK, XapaKTe-
pHU3yeTcsl SKCIIPECCHOCTHI0 M SKOHOMUYHOCTBHIO 324 CYET COKPAIIEHHWS BPEMEHU aHAJIM3a II0
CPaBHEHHUIO C OJJHORIEMEHTHRIMYU MeToqaMu B 11 pas u CHIKEHUs 00beMa IPUMEHAEMbBIX pe-
akTuBoB B 12,5 pasa. Coueranue muoroanementHoro merona AIC-HICII ¢ MHKPOBOIHOBOIM
IPOOOIIOATOTOBKOM TO3BOJIMIIO ITOBBICUTE MPEIU3UOHHOCTD onpenenenus Si, Cr, Mn, Fe, Ni, u
W B HamIaBOYHBIX MaTEpPHAIAX U3 JUTHIX TBEPIBIX CIUIABOB B HOPMHUPYEMBIX IHAIIA30HAX
KOHIIEHTPAIINH.

KiroueBble CiIOBA: HAIUIABOYHBIE MATEPHAIBI W3 JUTHIX TBEPHOBIX CILIABOB; CTEJUIUTHI;
MUKPOBOIHOBasA rpoboroaroroska; AJDC-UCII.
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A technique for analysis of surfacing materials (cast cobalt-based carbide alloys) using by ICP-AES in
combination with microwave autoclave sample preparation is developed. Composition of the acid mix-
ture, temperature and time parameters of the sample preparation under microwave heating in an

* Pabora BbImONHEHA IIPH (PUHAHCOBOM MOANEpKKe TrocyxapcrBa B June MuHOOPHAYKM B paMKax COIVIAIIEHHS
Ne 14.595.21.0004, yauranbusri ugeatudurarop RFMEFI59517X0004.
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autoclave are specified, thus ensuring complete quantitative transfer of the sample into a convenient
analytical form without losses of volatile components for the subsequent ICP-AES analysis. Analytic
lines of the elements free from spectral interference were chosen to determine all the rated compo-
nents in the casting materials from cast carbide alloys. Study of surfacing materials was carried out us-
ing alloys Pr-B3K-PrH-U10Kh63B5, Pr-B3K-P-PrN-U20Kh57B10 and TsN-2-E-190K62X29B5C2,
containing the alloying elements (% wt.): Co (up to 65); Cr (28.0 — 32.0); W (4.0 — 11.0); Si (1.0 to 3.0);
C (1.0-2.0); Ni (0.1 - 2.0); Mn (0.3 - 0.6) and Fe (up to 2.0). The correctness of determining rated ele-
ment was confirmed in analysis of standard samples using sample weight variation. The developed
technique was tested on industrial prototypes of surfacing materials made of cobalt-based cast carbide
alloys of tested grades. The method is rapid (11-fold reduction in the time of analysis) and reagent-sav-
ing (by 12.5 times) procedure compared to single-element methods by 11 times and reduction of the
volume of applied reagents. Combination of the multielement ICP-AES method with microwave sam-
ple preparation provides an increase in the accuracy of Si, Cr, Mn, Fe, Ni, and W determination in sur-
facing materials of cast carbide alloys within a range of rated concentrations.

Keywords: surfacing materials from cast carbide alloys; microwave sample preparation; ICP-AES.

Hamnasounsre marepuansr (HM) mcmonbsyoT mis
MOBBIIIIEHUS CPOKA CIYKOBI [eTanell MallnH U Mexa-
HH3MOB B KadecTBe IOKPBITHH pabouymx IOBEpX-
HOCTEH B oesadax IIPpUuJaHWusdg 9THM IIOBEPXHOCTIAM
OlIpele/IeHHbIX 3apaHee B3aTaHHBIX CBOMCTB, OT-
JIMYHBIX OT CBOMCTB Marepuasia meranei [1]. Cren-
JUTBI — JIATHIE CIUIABBI HA OCHOBE KObaibTa,
BOIb(ppamMa U XpoMma ¢ JoOaBKaMu yriaepofa, Kpem-
HUA ¥ Mapradiia — OTJINYaloTCd XOpOIled M3HOCOo-
CTOUKOCTBIO, IPOYHOCTHIO, IIIACTHYHOCTHIO, 3Kapo-
CTOMKOCTHI0O M KOPPO3MOHHOH yCTOHYHBOCTHI0. HM
U3 CTEJIZINTOB IIOJNy4YalOT IIyTeM ,I[yI‘OBOfI nJIn raso-
BOH HAIIABKU C TIOMOIIBI0 CIEIUATBHBIX DIIEKTPO-
IOB I CO3MAHHUSA SPO3MOHHO CTOMKHMX YILIOTHU-
TEJbHBIX MOBEPXHOCTEH apMaTyp s KOTJIOB, TPY-
60IIPOBOIOB, HedTeanmapaTypbl, KOTOpbie pabora-
I0T IIPU BBICOKUX TeMIlepaTypax X B arpecCUBHBIX
cpenax, a TakKe B YCIOBUAX BO3/eHCTBUA abpasuB-
HOTO M3HOCA, YAAPHbIX HATPY30K U KOppo3uu [2].
)(J/IMI/I‘-IGCKI/Iﬁ COCTaB BBIIIyCKaeMbIX OT€4€CTBEH-
HOM TIPOMBIIIIEHHOCTBIO CTEJIUTOB CTPOTO perJia-
menTtuposad ['OCT [3, 4] (taba. 1). Bricokas uzHo-
€O- ¥ KOpposuoHHas croikocth HM obGecrieunBaercs
MIPUCYTCTBUEM B CTEJUIUTAX KOOAIbTa, XpoMa, BaHa-
nusi, kpemuusa u yriepoga: Co obpasyer TBepiabie
PacTBOPBI M OMpeneseT MPOYHOCTh U ILIACTHY-
HOCTb, Kapbuabl Cr v W MOBBINIAIOT TBEPAOCTD U U3-
HOCOCTOMKOCTB, Si 00ecredyrBaeT KOPPO3UECTOH-
KOCTh W JKAPOCTOMKOCTb. OTO OCIOKHIET IIPOIECC
repeBojia MpobbI B PACTBOP: HEOOXOAUMBI JKECTKHE
ycioBus (BBICOKHME TeMIepaTypbl HATPEBa, IIPHMe-
HeHVe KOHIIEHTPUPOBAHHBIX KHUCJIOT A OIpesese-
HHA OTAEJIbHBIX aHAJINTOB, I[OCHeKaHI/Ie), 49TO CKa3bI-

BaeTCsi HA TPYJOEMKOCTH M [[JINTEIBHOCTH BCETO
aHaIMu3a.

B Hacrosiiiiee BpeMsi OCHOBY aHAJIHUTHYECKOTO
KOHTpOJA coctaBa HM u3 IUTBIX TBEPABIX CILIABOB
COCTaBIIAIOT TPYIOEMKHE O[HO3JIEMEHTHbIE METO/bI
aHamusa (rpaBUMETPHS, TUTPUMETPHUS W CIIEKTPO-
doromerpus) [5 — 10], koTophIe MpeanIoIaAramT IPO-
[eypbl MHOTOKDPATHOTO YIAPUBAHHUA, OTAEIECHHS
WM MACKMPOBAHHUSI MATPUYHBIX KOMIIOHEHTOB U B
HEKOTOPBIX CIIydasx — JIOCHEeKaHUus HepPaCTBOPH-
MBIX OCTATKOB IIOCJIE PACTBOPEHHUS IIPOOHI.

B 70 e BpemsA aJisi MHOT03JIEMEHTHOTO aHAIH3a
MEeTaJIOB ¥ CIIABOB BCE OOJIBIIYIO MOMIMY/ISAPHOCTH
nprobperaeT MeTo/i ATOMHO-3MUCCHOHHOHN CITEKTPO-
METPHUHU C UHAYKTUBHO-CBA3AHHOU ILIa3MOMU, XapakK-
TEPU3YIONUICA MUPOKUM THUATIA30HOM OIIpeerisie-
MBIX KOHIIEHTPAIUHA, SKCIPECCHOCTHI0, BBICOKUMU
MEeTPOJIOTHYECKUMHU ITOKA3ATENSIMHU U II03BOJISIOITUH
MPOBOJUTH TPAIYUPOBKY MO CTAHAAPTHBIM PACTBO-
paM, cocTaB KOTOPBIX MOKHO MAKCHMAJIbHO ITPHOJIH-
3UTh K COCTABy aHAIU3UPyeMou mpobnl. IlockombKy
B mporiecce nepesoga mpob HM B pacrBop Bo3MO:-
HBI IIOTEPH OIPeIeIieMbIX KOMIIOHEHTOB B BHJIE Jie-
TyYMX COEIWHEHWH, B HACTOsAIee BpeMs Hauboiee
MEePCIIEKTUBHBIM CII0CO00M IIPOGOIOATOTOBKH SBJISA-
eTcsl pacTBOpPEeHre MPo6 B ABTOK/IABAX C HATPEBOM B
MUEKPOBOJIHOBOM TII0JIE C WCIIOJIB30BAHUEM KHUCJIOT-
HBIX PeaKIMOHHbBIX cMeced [11 — 12].

Lens wHacrosameisr paborel — paspaboTKa
METOIWKH OIHOBpeMeHHOro ompenenenus Si, Cr,
Mn, Fe, Ni u W 8 HM u3 cremnuroB (Ha mpumepe
HariaBok us cmiaea [1p-B3SK — IIpH-Y10XK63B5,
IIp-B3K-P — TIIpH-Y20XK57B10 un IIH-2 —

Ta6auna 1. XuMudeckuil COCTaB IPYTKOB VI HAIJIABKYU U3 CTEJUINTOB

Conep:xanne, % macc.

Mapxra

Co C Cr Si Mn Ni w Sb Fe
IIp-B3K 60,0-65,0 1,0-1,3 28,0-32,0 2,0-27 — 0,56-20 4,0-5,0 — <2,0
IIp-B3K-P 55,0-59,0 1,6-2,0 28,0-320 1,2-15 0,3-0,6 01-20 7,0-11,0 0,02-0,1 <3,0
ITH-2 59,0-65,0 16-22 26,0-32,0 1,5-26 — — 4,0-5,0 — —
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9-190K62X29B5C2) metomom ADC-UCII B couera-
HUU C MHKPOBOJIHOBOM IPOOOIIOATOTOBKON B aBTO-
KJIaBaX MU MOBBIIIEHHBIX TEMIIEPATYPaxX ¥ AaBje-
HHH, ITO3BOJIAIOINIEH HCKIIOYATH IIOTEPH JIETYUIHX
KOMIIOHEHTOB ¥ IIOBBICUTBH MPEIM3UOHHOCTD, 3KC-
MIPECCHOCTH ¥ SKOHOMHYHOCTH aHAH3A.

Jna TpoBepKH NPaBUIBHOCTH OIPENEIeHUA
HOPMUPYEMBIX 3JIE€MEHTOB MPUMEHSIIN CTaHIAPT-
HbIe 00pasrpl mid crnekrpanbHoro anammsa (CO)
CIIaBa HA OCHOBE K06ambTa, GIM3KOr0 MO COCTABY
K uccaemyembiM: 119XST3, 14937, 14942, 12672,
12667.

Jna pacTBopeHHs aHATU3HUPYEMBIX 00pAa3IOB
MPUMEHSIN a30THYIO0, IIJIABUKOBYIO U COJTHYI0 KHC-
JIOTHI KBATM(DUKAIIAN OCY, TAKKe B paboTe HUCIOIb-
3oBau pactBop nonoB kpemuus (I'CO 9729-2010),
MeTaJIndecKre XpoM, MapraHell, Kejie30, HUKelb U
Bosbgpam (>99,95 % macc.). MUKPOBOJIHOBYIO IIPO-
0OIIOITOTOBKY OCYIIIECTBJISIN B cucreMe Speedwave
FOUR (Berghof Products, 'epmanus) ¢ aBroknaBa-
mu tuma DAP-100 us droporuracra TFM ¢ BHyTpeH-
HuM obobemom 100 My m paboumm [maBIEHHEM [0
30 atm. Tewmmneparypy pasnoxeHus (B nuamazoHe
50 — 220 °C) KOHTPOJHPOBAIN C ITOMOII[bI0 OECKOH-
rakrHoro MK-marunka. Hasecky mpoosr HM (0,1 r)
IOMeIal BO (PTOPOILIACTOBBIM ABTOKJIAB, H00aB-
JISAJTA PeareHThl JJIS Pasyio:KeHus IPoObl, TepMeTH-
3UPOBAJIM ABTOKJIAB IIPEIOXPaHUTEIBLHON MeMOpa-
HOM, 3aKPBHIBAIN KPBIIIKY U TOMENIaTH B MHKPOBOJI-
HOBYIO CHUCTEMY.

Ompenenenne 31eMEHTOB IIPOBOAWIN C TIOMO-
mbio caekrpomerpa Optima 7300 DV (PerkinElmer,
CIIIA), anst amamusa ObLIM BBIOPAHBI CTAHAAPT-
HbIe YCJIOBHA pPabOThI CIEKTPOMETpPa: MOIIHOCTD
mwrasmbl — 1300 Bt; wacrora mirasMeHHOT0 reHepa-
topa — 40,68 MI'11; mmasmoo6pasyromuii moToK ap-
roHa — 15 i/MuH; BCIOMOTraTeJIbHBIA IIOTOK apro-
Ha — 0,2 1/MHUH; PaCHIbUIAIONIAA IIOTOK aproHa —
0,8 71/MHH; CKOPOCTH pacxofa pacTBopa MmpoObl Ha
IepucTaabTUIeCKoM Hacoce — 1,5 mur/mMuH; HaOIIIO-
JeHHe IJIa3Mbl — paauaIbHOe; BPpeMsa HHTerparuu
curaama — asrope:xum (ot 0,1 10 20 ¢); KoaugecTBo
TIOBTOPEHUH CUUTHIBAHUA — 3; METO]] OIIPeIeIeHU
MHTEHCUBHOCTU CIIEKTPAIBbHOH JMHHUU — IUIOMATb
MHWKa 10 TPEM TOYKAM; PEKUM CIIEKTPAIHHOTO Pas-
peliieHua — BBICOKOe. Mcmonab3oBamw pacmbl-
auTenbHy0 Kamepy CKOTTA M3 MOTHMEPHOTrO Mare-
puana, ycroiumBoro k Bosmeiicrsuio HF, B couera-
HHUU C IONEPEYHOIOTOKOBBIM PACHBLINUTENEM THUIIA
GemTips™.

[Tpu BBIOOPE yCIOBHUI TPOGOIOATOTOBKY BaphU-
pOBaI KadyeCTBEHHBIN M KOJHYECTBEHHBIH COCTaB
PeakIuoHHON cMecH [71A pacTBopenus mpobst HM u
TeMIIepaTypPHO-BPEMEHHON PEKUM HArpeBa B MUK-
POBOJIHOBOM IIOJIE.

I'OCT permameHTHPYIOT HCIOIb30BAHUE CIIE-
OYIOIIUX KHUCIOT I WHIUBHIYAIBHOTO OIpeese-

uus smementoB B8 HM: HCI, H,SO,, HE, HNO; u
H;PO,. YuureiBas npucyrcrteue B mpobe HM wus
CTEJIIUTOB TPYAHOPACTBOPUMBIX COEIHUHEHUH, I
pactBopeHusa mpob Tmepe] MHOTO3JIEMEHTHBIM aHa-
auzoMm Metronom ADC-HCII 610 HEobx0g1IMO 060C-
HOBaTb COCTaB PEAKIMOHHOH cMecH, oOecredunBa-
IOIMUH KOJTWYECTBEHHOE IIepeBelleHre B YIOOHYIO
aHATUTUYECKYI0 (POpMY BCEX COETUHEHHH, BXOJd-
X B cocraB oOpasma. s pacTBOpeHHs TPYIHO-
pacTBOPUMBIX KAapOWAOB U CHIHIUJ0B XpoMa u
BOJIb(ppamMa B COCTAB peakInoHHOHN cmecH [13] 6b110
PEeKOMEHI0BAHO BKJIIOYATH CIIEAYIOIHe KHUCIOTHI:
HE HNO; u HCI. IIpucyrcreue B cmecu HF crsasa-
HO C €€ CITOCOOHOCTBHIO B MPUCYTCTBUHU OKUCITUTEJS
obecrieynBaTh IEepeBeeHNEe B PACTBOP KapOHIOB
u cumununoB Cr u W u ymep:kuBaTh B pacrBope
BOJIb()paM 3a CUeT PeakKnuil KOMILIEKcOoOpasoBa-
HUS, TPeAyIPeKIas BhIMaeHue B 0CaIOK BOIb(dpa-
moBoi kucioTbl; HNO;3 xoporo pacrsopsier Mn, Fe,
Cou Ni, a HCl — Cr.

Bribop cocraBa peakiimoHHON CMeCH U TeMIiepa-
TYPHO-BPEMEHHOTO pPEKKUMa, 00eCTIeINBAOIINX 0
HOe pasno:xeHue uccraexyembix mpob HM, ocyime-
CTBIISAIIN YKCIIEPUMEHTAIBHO [P HEIIPEePhIBHOM Ha-
rpese g0 temneparyp 140, 170 u 220 °C, moaHOTY
pasIoKeHNUd KOHTPOJIHUPOBAIN BU3YAIbHO.

ITonroe mepeBenenrie mpob B pacTBop HAbMIOIA-
au B npucyrcreuu 5 mu HCI (p = 1,19 r/mir), 1 mu
HNO; (p = 1,41 r/ma) u 0,5 max HF (p = 1,15 r/mi)
npu HarpeBe m0 220 °C, uTo 00BACHSIETCHS IIPUCYT-
cTBHEM B Mpobax GOJIBIIIOT0 KOJUIECTBA KapOWIOB
¥ CHJIHIWIOB TYTOIUIABKHUX MeTasuioB. Hcmombso-
BaHMe aBTOK/IABOB B KauecTBE PEAKIIMOHHBIX COCY-
IIOB TIPEIOTBpAIaeT MOTEPIO JIETYIUX KOMIIOHEHTOB
mpoObI, TAKUX KAK KPEeMHHUMH, IPU HCIOJIb30BaAHUU
HE

IIpu HenpephIBHOM HarpeBe PeaKIIMOHHOU CMe-
CH, COofepsKallell JIeTydre KHUCJIOTHI B COYETaHUH C
OKHCJIUTENEeM, BOBMOKHO pPe3K0e yBeJInueHue aBye-
HHS B aBTOKJABE M3-32 IPOTEKAHUA DK30TEpPMUUe-
CKUX peakIinii, CBA3aHHBIX C BBICOKUM COEP:KaHIEM
yriiepoza B ipobe. OTo IPUBOIUT K [OTIOTHUTEIBHO-
My «CaMopa3orpeBy» BHYTpPEHHEro ooheMa aBTOKJIa-
Ba, YTO MOKET OBITH IPHUYMHOH €Tr0 pasrepMeTH3a-
WU U [OTEPH JEeTYYUX KOMIIOHEHTOB, & TaKKe Jac-
T mpo6bI. M36e:xaTh BCKPHITUA aBTOKIABA BO3MOK-
HO IIPH YMEHbIIIEHUN CKOPOCTH Harpesa, YTo 3aMe]-
JfeT Ipollecc IepeBoja MpoObI B PACTBODP, HIH
IyTeM CTYIEeHYaTOrO II0JBOJA MUKPOBOIHOU DHEp-
TUU C TEPMOCTATHPOBAHUEM DPEAKIMOHHOH CMECcU B
TeueHUe (PHUKCUPOBAHHOTO MPOMEKYTKA BPEMEHH.
g corpaliieHus BpeMeHH MPOoOOIOATOTOBKH ObLIO
MIPEJITIOKEHO KCIIOIb30BATh TPEXCTYIIeHYaThIH Ha-
IPEB PEeaKIHOHHON CMeCH BMECTO MOHOTOHHOTO Ha-
6opa temmepatypsl 10 220 °C ¢ IpOMEKYTOYHBIMU
sTamaMu cTabUIN3aIliy TeMIIepaTyphl B ABTOKJIA-
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Ta6mauua 2. Ycinosus MEKPOBOIHOBOH mpoboroarorosku HM

- ITar
apameTp
1 2 3
Temneparypa, °C 140 170 220
JlaBnenue, atm 35 35 35
Mousaocts, % 80 80 90
Bpewms Harpesa 10 3amaHHOM TeMIlepaTypbl, MUH 2 2 1
Bpewmsa TepmocraTupoBaHud, MUH 2 2 15
Ta6auma 3. ¥Ycnosus onpenenenus Si, Cr, Mn, Fe, Ni, W 8 HM meromom ASC-HUCII
OmnpepenseMbIit Amana BOJHBL BosmosxHbIE MelIatoIe Yr1080# KO- Koadduument JIHHeHHLEH A
QHATUTUYECKOU IIUEHT IPayupoOBOY- MUYECKUH Juara-
JJIEMEHT CIIEKTPpaJIbHbIE JITUHUU, HM o KoppeJdanuy, r
JIMHUY, HM HOU (pyHKIUH, b 30H, % Macc.

OnpenesieHne JerupyOIUX 3JI€MeHTOB, [

Cr 206,158 —
w 207,923 —

= bC, dpaxrop pasdasaenusa 1:10 000

OmnpenesieHne MUKPOJIETHPYIONIUX 9JIEMEHTOB, | = b(C, chakTop paséasaerus 1:1000

Si 228,158 W 288,161; Co 288,158
Fe 259,939 —

Ni 231,604 Co 231,616

Mn 293,305 W 293,298

509,6 0,999 15,0 - 40,0
97,77 0,999 1,0-15,0
403 0,999 0,05-5,0
3945 0,999 0,05-5,0
834 0,999 0,1-5,0
3914 0,999 0,05 -2,0

Bax B TeueHue 2 muH (Tabm. 2): 1o 140 °C co cropo-
creio 70 °C/mun, 1o 170 °C co cropocrbio 15 °C/mun
u 10 220 °C co crkopoctbio 50 °C/MUH U TepMOCTATH-
POBAHWH TIPU 3aKJIIOYUTENHHONU TeMIepaType B Te-
yenue 15 mun. O01iee BpeMs pasioxkeHus Ipod co-
CTaBIANO 24 MUH.

IIpu mocTpoeHHM TpPaAAyHPOBOYHBIX XapaKTe-
PUCTHEK IS OLpPEAETIeHUs BCEX HOPMHUPYEMBIX 3jIe-
menToB (Si, Cr, Mn, Fe, Ni u W) 8 HM wusmepsau
WHTEHCUBHOCTH AHAIUTUYECKHUX JHHUH B H5-6
CTaHMAPTHBIX pacTBopax, comepskamwmx Si, Cr, Mn,
Fe, Ni u W, mpUroTOBIE€HHBIX U3 OJHOJIEMEHTHBIX
pacTBOpoB ¢ KoHmeHTparnuein 1000 Mir/cM3, KoTo-
Ppble MOIyYany IMyTeM PacTBOPEHUA HABECOK YUCTHIX
METaJIJIOB B KHUCIOTaX M (PTOPCHIMKATA HATPHUA B
neuvonupoBauuoit Bome (I'CO 9729-2010). Kpowme
TOTO, CTAHJAPTHBIE PACTBOPHI B KauecTBe (POHA CO-
nepsxkanu KobanbT Ha ypoBHe 500 MEr/cM® U KmCIIO-
ThI, UCHOJIb3yeMbIe JJI PACTBOPEHU IPOO.

OcHOBHBIME (paKTOpPaMu TIPHU BHIOOPE aHAIUTH-
YeCKUX JUHUH OBUIM JOCTATOYHAS UYyBCTBUTENIb-
HOCTb ¥ OTCYTCTBHE 3HAYHUMBIX CIIEKTPAJIbHBIX II0-
MeX, KOTOPhIE BBIABJIAIN B PE3yJIbTaTe aHAIN3a MO-
IeTHHBIX BOAHBIX PACTBOPOB, COIEPKAIINX MHHU-
MaJbHYI0 KOHI[EHTPAIMI0 AHAJUTA W MAaKCUMaJb-
HYI0 KOHIIEHTPAI[UI0 MATPHUYHBIX U JETHPYIOUINX
97IeMeHTOB. AHATUTHYECKHE JUHUH DIIEMEHTOB, BbI-
OpaHHbBIE HA OCHOBE JINTEPATYPHBIX JaHHBIX [14, 15]
¥ 6a3bl MAHHBIX TPOTPAMMHOTO 0GECIIEUEeHHs CIIEK-
TpoMeTpa, IpeJicTaBIeHbI B Ta6I. 3.

Insa 1momydeHus [OCTOBEPHBIX pE3yJIHTATOB
anammsa npo6 HM meromom ASJC-UCII Tpebosa-
JIOCh BBIABUTH MCTOYHUKH CIIEKTPATBHBIX ITOMEX U
y4ecTb CBA3aHHBIE C OTUM BO3MOKHBIE OIIUOKH
ompeaeseHnus d5JIeMeHTOB. UT0oObI OIeHHUTh MeIla-
I0lllee BIUAHUE 3JIEMEHTOB MATPUI(bl HA AHAIWUTH-
YeCKHe CUTHAIBI MHUKPOJIETHUPYIOUIUX 3JIEMEHTOB,
aHAIM3UPOBATIN OMHO3JIEMEHTHBIE PAaCTBOPHI, CO-
nepxamue 500 mrr/cm® Kobansra, 300 MKr/cM3 xpo-
ma, 100 mir/em?® Bonsdpama u 0,5; 1,0 u 5,0 mrr/cm3
amamura. Tak, mpu ompeneaeHWH Si 10  JIH-
aHun 288,158 um BnusHue gumnit W 288,161 um u
Co 288,158 um Ha pe3yJabTaT aHAIH3a OKAa3ajoCh
HE3HAYUTEJNbHBIM H3-32 MAajodl HHTEHCHBHOCTH
MOC/IeTHUX, MpHU ompeneseHnd Mn 1o JauHUH
293,305 HM Ha pesyabTAT HE OKA3bIBAET BIUIHUSI
muausa W 293,298 uMm, mpu ompenmenenwu 0Oosee
1 mrr/cm3 Ni o muaun 231,604 HM BIMSHUE TUHAA
Co 231,616 HM CTAaHOBHUTCA HE3HAYUMBIM.

g moBBIIEHUS TPEIU3NOHHOCTH W3MEPEHUA
AHATIUTHIECKOTO CUTHAJA IPH OIPENEIEeHUH JIETH-
PYIOIIUX XpoMa ¥ BOJb(paMa MPUMEHATH METOJ
BHYTPEHHEro cTaHaapra. B KadecTBe BHYTPEHHETO
cTaHgapra ucnoiab3oBanu Sc 424,683 um. B pesymnn-
TarTe 3a AHAJTUTUYECKUU CUTHAI OPUHUMAIHU OT-
HOIIIEHWEe WHTEHCHUBHOCTEU JUHHUN aHAIWUTa U BHY-
TpeHHero CTaHnapTa: IOTH = IBJIEMBHTa/IBH.CTaHI[apT'
Hcnonp3oBanve BHYTPEeHHETO CTaHAAPTA IIPU OIIpe-
nenennu xpoma u Boiab(ppama B CO mosBoswio B
CpeqHeM CHHBUTH OTHOCHTEIbHOE CTAHJAPTHOE OT-
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Ta6mauua 4. Pesymnbprars: anamuza CO nuUTBIX TBEPABIX CIIABOB HA OCHOBE Kobanbra (n = 5; P = 0,95)

Conep:xanue, % macc.

OmpefienisieMbIil SIEMEeHT CO S,
ArrecroBano Hatigeno
Cr 119xST3 29,80 30,28 + 0,22 0,006
14937 25,17 24,93 = 0,65 0,021
14942 30,05 30,13 = 0,07 0,002
12672 20,60 20,60 = 0,20 0,008
12667 21,10 21,26 = 0,20 0,007
W 119xST3 12,10 12,12 = 0,12 0,008
14937 2,84 2,84 = 0,03 0,009
14942 1,30 1,38 = 0,02 0,012
12672 9,14 9,20 = 0,15 0,012
12667 10,23 10,27 = 0,13 0,009
Ni 119xST3 2,55 2,48 = 0,05 0,015
14937 2,88 2,88 = 0,06 0,016
14942 0,54 0,51 = 0,01 0,022
12672 0,92 0,92 = 0,02 0,015
12667 0,60 0,59 = 0,01 0,008
Fe 119xST3 3,10 3,26 * 0,05 0,013
14937 2,28 2,38 + 0,06 0,020
14942 0,69 0,73 = 0,02 0,027
12672 1,58 1,53 = 0,04 0,019
12667 1,10 1,08 = 0,01 0,004
Si 119xST3 0,79 0,79 = 0,03 0,032
14937 1,18 1,18 = 0,06 0,047
14942 0,75 0,78 = 0,02 0,017
12672 0,47 0,50 = 0,02 0,039
12667 0,67 0,68 + 0,02 0,026
Mn 119xST3 1,09 1,12 = 0,02 0,011
14937 0,47 0,44 = 0,01 0,019
14942 0,64 0,64 = 0,04 0,018
12672 0,60 0,60 = 0,01 0,019
12667 0,50 0,46 = 0,01 0,019

Ta6auma 5. CpaBHUTEIbHBIE JAHHBIE 0 PACXOIE PEAreHTOB U IPOMOJLKATEIBHOCTH aHAIU3A 110 PaspabOTaHHOM W CTAHAAPT-
HBIM METOIUKAM (IIPH aHAIN3€e OTHOM IPOOHI)

Pacxon pearenTos, M CymmapHoe
BpeMs
HNO, HCl HF H,S0, H;PO, HCIO,  Cymmapmusiii o6bem anammsa, u
CraHgapTHbIE METOAUKHA 5 25 5 31 5 10 81 12,3
Paspaboraunnas meTonuka 5 1 0,5 — — — 6,5 1,1
kmouenwne ¢ 0,015 o 0,006 u ¢ 0,015 g0 0,009 coor- CUTHaJIa OT KOHIIEHTPAIlMH CTAHOBUTCA JIMHEWHOM!
BETCTBEHHO. npu pasbasiaennu 1:10 000 (» > 0,999), nua Si, Mn,

O6paborky crierTpoB, rpaiyupoBKy, yuer Gona Fe u Ni — npu pas6asienun 1:1000 (» > 0,999) (cm.
1 KOPPEKTHPOBKY CUTHAJIA C Y4eTOM HCIOIb30BAHHUI

MeTo/la BHYTPEHHEr0 CTAHAApTa OCYIIECTBISAIH C
npuMeHeHueM mporpamMmMuoro makera WinLab32.

OKCIIepIMEHTAILHO YCTAHOBJIEHO, YTO IIPH AyHpOBOYHBIX (pyHEImMA nua ompenenenus Si, Cr,
oupenenennu Cr u W 3aBUCHMOCTh aHATTUTHIECKOTO Mn, Fe, Ni u W.

Tabi. 2). CTaTUCTHIECKUMH METOIaMH IOATBEP:KIe-

Ha HE3HaYUMOCTH IIapaMeTpa G B YPaBHEHHUAX Irpa-
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IIpaBunbHOCTD OIpeneieHus SJIEMEHTOB IPOBe-
panu myrem ananusa CO (tabma. 4), a Takxe mMerTo-
oM BapbupoBauusa HaBecku HM.

Takum o6pasom, paspaboTaHHAS METOSUKA aHA-
muza HM u3 cremnmuToB (Ha mpuMepe HAILIABOK U3
ciasoB [Ip-B3K, IIp-B3K-P u I1H-2) metomom
ASC-UCII nocne pasnosxenus npobd B aBTOKIABAX C
HarpeBOM B MHUKDPOBOJHOBOM IIOJI€ TIPY ITOBBIIIEH-
HBIX TeMIlepaTypax ¥ [aBIeHHU XapaKTepU3yeTCs
XOPOIIIUMHU METPOJOTUIECKUMHU XapPaKTEePHUCTUKAMH,
SKCIIPECCHOCTHI0 M OKOHOMHYHOCTBIO AHAIM3A 34
CUeT COKpAallleHus BPeMeHU aHAIM3a 110 CPABHEHHUIO
C OJHOBJIEMEHTHbIMU MeTojgamMu B 11 pa3 u cHH-
JKeHHeM o0beMa IPHUMEHSEeMbIX PeakTHBOB B 12,5
pas (rabmu. 5). Paspaboranuas meTomuka ampobupo-
BaHA IPHU aHAJIU3e MPOMBINLIEHHbIX 00pasios HM
W3 CTEJJINTOB HCCIEOBAHHBIX MAPOK M MOIKET OBIThH
pexomenpoBana a1 onpenenenns Si, Cr, Mn, Fe, Ni
u W B HM u3 muThIX TBEpABIX CIJIABOB HA OCHO-
Be KobaibTa B HOPMHPYEMbBIX THANA30HAX KOH-
eHTpaImi.

Hcenedosarus evinosnenvt Ha 0060py008aHUL
Ilenmpa KOAIEKMUBHO20 NOABIOBAHUSL HAYLHBIM
obopydosaruem «Cocmas, cmpykmypa u c8olicmaa
KOHCMPYKYUOHHBIX U PYHKYUOHAAbHBLY MAMePUQ-
ao8» HHUI] «Kypuamosckuii uxcmumym» —
I[JHHUH KM «IIpomemeti».
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PA3JIEJIEHUE STUJEHIJINKOJISA U COJIEN IIIEJIOUHBIX METAJIJIOB
HA YI'JIEPOJHBIX HAHOTPYBRAX U MO3ANYHbBIX MEMBPAHAX

© Haransa BacuiabeBHa BenakoBa, Enena BacuasreBna Byrwipckasd,
Baaguvmup ®Pemoposuu CenemenesB, Baagnmup AnerxceeBuu lllamomunk

Boponeskckuii rocyiapcTBeHHbIN yHIUBEPCHUTET, T'. Bopone:x, Poccus; e-mail: bev5105@yandex.ru

Cmamus nocmynuaa 13 cenmsabps 2017 e.

Jl7151 Ipo6OIIOArOTOBKY K OmpeneneHuto sTrieHraukois (317) B ero BOJHO-COIEBBIX pacTBOpax
paspaboran criocob pasmenenus JI' U coseil MEI0IHBIX METATUIOB B BOJHBIX PACTBOPAX IIy-
TeM TBepAO(a3HON 3KCTPAKIUY Ha yriepoaHsx HaHoTpyOkax (YHT) u meromom auanusa c
oreuecTBeHHOM Mo3samyHoi Mmembpanoi AK-45. ITokasaHo, 4To JaHHBIE METOIBI ITO3BOJIAIOT
apdeKTrBHO pasmenuTs KoMmoHeHThI BogHoro pacreopa I + NaCl (KCl), yro Heobxommmo
UL Ta30XPOMATOrpauIeckoro onpeaetenus O B yKa3aHHBIX CMeciX. 3a cueT ruapodob-
HO-TUAPOUIBHBIX B3auMoeiicTrii B cucreme O — Boma — YHT YHT addexrunro copbu-
pytor A" u mpakTrueckn He copbupyoT xnopun Kanws. Koaddumments: pasnenenus I u
KCl ma yriepomabix HamoTpybrax «leamtom» nesxar B mHTepBase 7-—15 (mma 0,001 <
<Cypr<0,1u0,001<Cygq < 0,1 monb/am3), crenens nssnevenus DI cocrasuser 86 — 94 %
TP OJTHOKPATHOM SKCTPAKITUY, XJIOpu L Kamus nanabivu ¥ HT npakrudeckn He copbupyeTcs.
OcuoBoii pasaenenus I u coseil MIEI0IHBIX METAUIOB JUAIU30M ¢ MO3AWIHBIME MeMOpaHa-
MU SIBJISIETCSA MX BBICOKAs TPOHMUIIAEMOCTb JIJIS COJIEH METAJIIOB M HU3KAs IIPOHUIIAEMOCTb JIJIS
Il'. 3a 44 guanusa gepes membpany AK-45 B NaCl-chopme mepenocurea 96 u 87 % NaCl
(Cy = 0,001 u 0,01 moan/mm3 coorBercrBenHo), 1 KCl-popmbr — 86 u 82 % KCl coorserer-
BEHHO. 3a TO Ke BpeMs auanusa depes membOpany AK-45 mepemocurcs menee 3 % II'
(Cy = 0,1 mons/nm3). Mosanunas membpana AK-45 addheKTUBHO U3BIIEKAET COMH IIETOYHBIX
METaJJIOB M3 MaJOMHUHEPAIN30BAHHBIX BOJHBIX PACTBOPOB B OTJIMYHME OT TPAIMIIMOHHBIX
MOHOOOMEHHBIX MeMOpaH, Ifie JaHHbBIH IepeH0OC OTCYTCTBYeT BCIEACTBHE ABieHus JloHHaHA.
Koadurmentsr pasgenenus OI' 1 XJIOPUIOB IIEI0YHBIX METAIJIOB JUATU30M C MEMOPAHOM
AK-45 nesxar B unrepsaie 13 — 38, uro cBugerenseTByeT 00 9dheKTHBHOM Pas/ieIeHuu.

KoroueBblie ciioBa: XJIOpW HATPUS; XJIOPUL KAJIKS; STHIEHIVIMKO/b;, MO3andHbIe MeMOpa-
HbBI; pasjielieHre; yriaepoaHble HAaHOTPYOKH; TBepaoasHasa SKCTPAKITHS; THATIHS.

SEPARATION OF ETHYLENE GLYCOL AND ALKALI METAL SALTS
ON CARBON NANOTUBES AND MOSAIC MEMBRANES

© Nataliya V. Belyakova, Elena V. Butyrskaya,
Vladimir F. Selemenev, Vladimir A. Shaposhnik

Voronezh State University, Voronezh, Russia; e-mail: bev5105@yandex.ru

Submitted September 13, 2017.

A method for separation of ethylene glycol (EG) and alkali metal salts in aqueous solutions is developed
using solid-phase extraction on carbon nanotubes (CNT) and dialysis with a domestic mosaic mem-
brane AK-45. Both methods enable effective separation of the components of EG + NaCl (KCl) aque-
ous solution which is necessary for gas chromatographic determination of EG in the mixtures. Hydro-
phobic-hydrophilic interactions in the EG — water — CNT system provide efficient sorption of EG and
almost zero sorption of potassium chloride by CNT. Coefficients of EG and KCI separation on Dealtom
carbon nanotubes range within 7 - 15 (for 0.001 < C; g < 0.1, 0.001 < C; g < 0.1 mol/liter), EG extrac-
tion rate is 86 — 94% for single extraction. CNT practically do not absorb potassium chloride. High and
low permeability of mosaic membranes for metal salts EG, respectively, is a basis for separation of EG
and alkali metal salts by dialysis. During a 4-hour dialysis, 96% and 87% of NaCl (C;, = 0.001 mol/dm3
and C; = 0.01 mol/dm3, respectively), are transferred as NaCl through the AK-45 membrane (86% and
82% for KCl). At the same time an amount of less than 3% EG (C, = 0 mol/dm?) is transferred during
dialysis through AK-45 membrane. Mosaic membrane AK-45 appeared to be the most effective one re-
garding the transfer of alkali metal salts from low-mineralized aqueous solutions, unlike traditional
ion-exchange membranes in the absebce of such transfer due to the Donnan phenomenon. Coefficients
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of alkali metal chloride and EG separation by dialysis with an AK-45 membrane range within 13 — 38,
which indicates to their rather efficient separation.

Keywords: potassium chloride; sodium chloride; ethylene glycol; mosaic membranes; separation; car-
bon nanotubes; solid-phase extraction, dialysis..

CoBepllleHCTBOBaHNE METOMOB H3BIIEYEHUSA TIIHKO-
JIe# ¥ pasmesieHus KOMIIOHEHTOB UX BOIHO-COJIEBBIX
PACTBOPOB ABJIIETCA 3HAYUMBIM [[JIs1 PEIIleHUA 38129
MPOOOTIOATOTOBKU ¥ YJIYYIIEHUA aHATUTAIECKUX
CBOHCTB BOMHO-TIUKOJIEBBIX CMECEeH. JTHIIEHIJIH-
koab (AI), conu memounsix merasios (NaCl, KCI),
a TaKKe UX CMECH HCIOIb3YIOT I HHTHOMPOBAHUI
TEXHOTEHHOTO THAPATO00PA30BAHUS IIPH TPAHCIIOP-
THPOBKe mpupoAHoro rasa [1]. Cmech MUHEpaTbHBIX
comeit u A" mpPHUCYTCTBYeT B CTOYHBIX BOAAX MIPOH3-
BOJICTBA AHTU(PPHU30B U IOIUIPUPHBIX BOIOKOH.
OpHolt W3 aHATUTHYECKUX B3a7a4 TaKUX IIPOU3-
BOJICTB SBJIS€TCA KOHTPOJIb cojep:xanus O’ B ero
BOJIHO-COJIEBBIX PACTBOPAX.

s kounenrpupoBanus I u3 pasbaBaeHHBIX
BOJHBIX PACTBOPOB IPUMEHTIOT METOJbI yIapHBa-
HUSA, BBIMOPAKUBAHUA, COPOIIMOHHOTO KOHI[EHTPH-
poBaHusd U dKCTpakiuu. Mcmonb3oBanue AByX Iep-
BBIX METOJIOB COIIPOBOKAETCA MTOTEPIMH BEIECTB.
Jisa copOIMOHHOTO M3BIEUYEHNUS U KOHIEHTPUPOBA-
uus I ucnonb3yoT akTuBHbIE yriiu (AY) u mepJur.
Crenens usBneyenunsa ' ranubiMu copbeHTamu ye-
pes 24 41 cocraBager 74 u 65 % coorBeTCTBEHHO [2].

Hawu6onee uacro 3" B BomHBIX pacTBOpax ormpe-
IeAAI0T MeTomoM ra3oBod xpomarorpaduu (I'X).
IIpu I'X ananuse BOMHO-CONEBBIX pacTBOpoB OI' u
IPYTUX OPTaHUYECKUX COETUHEHHUU COJIb HAKATLIH-
BaeTcd B WH;KEKITHOHHBIX JIaHepax xpoMaTorpadu-
9eCcKo# cucreMbl [3 — 5], YTO MPUBOAUT K OIIHOKAM
omnpeneneHud. B cBsa3u ¢ 3TUM HE0OXOIUMO IIPOBETIE-
HHe IpeIBapPUTeIbHOM MPOOOIOATOTOBKH BOIHO-CO-
nmeBbIx cMmeceit I, cocrosieit nubo B ymanieHu co-
Jei, 1u0o B usBaedenun Ol

[lepcrekTuBHBIME copbeHTaMu Aa TBEpIOodas-
HOH DKCTPAKIINK OPTAaHUYECKUX COETUHEHUU ABJIA-
10Tcs1 yrieponusle Hanouactuisl (YHY) [6]. Ycra-
HOBJIGHO, 4TO HesHauyuTenbHble pobaBku (0,05 —
2 %) YHY B pasnauduble MaTepuasbl, B TOM YHCIE,
COpPOEHTHI, MOTYT 3HAYUTEIHHO YIYUIIUTH UX CBOH-
crBa. Kpome Toro, coBepiiieHCTBOBaHHE IIPOIIECCOB
nonydenus Y HU npuBoguT K CHIIKEHUIO UX CTOMMO-
CTH, YTO B IEPCIIEKTUBE C/lelaeT JaHHbIe COPOEHTHI
KOMMeEpYEeCKH AOCTyHnHbIMH. B Hamieidn pabore [7]
usydena agcopbiius I U3 BOIHBIX PaCTBOPOB yIJIe-
POIHBIMU HAHOYACTHIAMU PA3THYHBIX TPOHU3BOIU-
TeJIel, BOAHO-COJIeBbIe pacTBOphI JI' B manmou pa-
00Te He UCCIeI0BAIN.

ddderTrBHOE pasmeeHHe COJeH MeTaJIOB
¥ OPTaHUYECKHUX COeIUHEHWH UMeeT MeCTO IIPH Jua-

Jin3e WX BOJHBIX PACTBOPOB Yepe3 MO3audHbIe MEM-
O6paubr (MM) BeciemcTBre WX BBICOKOH ITPOHHIIA-
€MOCTH JIJI1 CcOoJledl M HU3KOM — JJig OpraHu4ecKHUX
coequuenuti (8, 9]. JlaHHBIN BBIBOJ Ce/IaH HA OCHO-
Be pe3yJabTaTOB SKCIEPUMEHTOB C HMCIOIb30BAHUEM
3apy0eKHbIX MO3AMYHBIX MEMOPaH, CHHTE3UPYEMbIX
B BHJE COBOKYITHOCTH ITapajiIeJIbHbIX KATHOHO- U
annoHoo6MeHHBIX obsiacreit [10, 11]. B pa6ore [10]
WCCIeIOBaH JUAIN3 Yepe3 MO3audHble MeMOpaHbI
(CM1 u CM2) 0,1 M pacrBopa caxapossr u 0,1 M
pacteopa KCl. OxcniepumenT mokasai, 4To K03 pu-
IIUEHT pasjaeneHusa depe3 1,59 gmanansa COCTABHII
12 u 18 gy mem6par CM1 u CM2 cooTBETCTBEHHO.
B pat6ore [11] usyuanu guanus 0,1 M pacrsopa ca-
xaposbl u 0,1 M pacrBopa NaCl gepes cunTesupo-
BaHHbBIE ABTOPAMU MO3aWYHbIe MeMOpaHbl. Bpewms
nuanusa cocraBisiiio 20 4, KoadduimenT pasmee-
HHUA paBeH 15.

Ilpu wmonerymspuo muddysun 3IeKTpoIHTA
yepe3 MO3aW4HbIe MeMOpaHbl aHUOHBI U KATHOHBI
TIEPEHOCATCS TI0 JAHHBIM HapasIelbHbIM 00JacTIM
(aHHOHBI — 0 AHMOHOHOOOMEHHOM, KATHOHBI — II0
KaTHOHOOOMEHHOM) 6e3 HApYIIeHHUsI MaKPOCKOIIMJe-
cKoil sierTpouedTpanbHocTr [12 — 15]. Tlostomy
a(ppekTUBHBIA IIepeHoc ajeKTpoauTa depes MM
VIMeeT MeCTO U JJI €T0 MaJbIX HauaJIbHBIX KOHIIEH-
Tpauii, B OTJAWYHE OT KIOHOOOMEHHBIX MeMOpaH, ye-
pe3 KOTOpbIe BCIEACTBHE MOHHAHOBCKOTO HCKIIOYE-
Husa quddysusa smexrponura orcyrcreyer. ObocHO-
Banme 0osiee D(PMEKTUBHOTO IEepPeHoca 3IEKTPO-
JIUTOB TIPU [HWAJTHU3E Yepe3 MO3audHble MeMOpPaHBI
110 CPaBHEHWIO C HOHOOOMEHHBIMU MeMbpaHamu
nano B paborax Hemema um Kawambcroro [16] ma
OCHOBE METOIOJIOTHH TEPMOAUHAMHUKN HEPaBHOBEC-
HBIX IIporieccoB. ABTopbl [16] momyuniau aHAIUTH-
yecKoe BhIpa:xeHue nporuraemocta MM mus comw,
cojiep:Kaliiee OTOJHUTEIBHBIN II0 CPABHEHHUIO C
MOHOOOMEHHBIMH MeMOpaHaMu WieH, BeJIHUYNHA KO-
TOPOTO HA [Ba TOPSIAKA IPEBHINIAET ITPOHHIAE-
MOCTb HOCIeIHUX. ABTOPHI paboTs [8] curraror, 4To
OUaIn3 ¢ TpPUMEHEeHWeM MO3aWdHBIX MeMOpaH B
cuiny 3ppeKTHBHOTO ITEPEeHOCa BIEKTPOIUTOB SBIIS-
erci aJIbTEPHATUBOM BJIEKTPOTUAIHN3Y 34 CUYeT
YMeHbIIIeHNS SHePro3arpar.

Tem HE MeHee HpOMBINUIEHHBIH cuHTe3 MM
¢ TApaJIETbHBIMUA 00IACTSIMU, THATN3 Yepe3 KOTO-
pble pPacCMOTPEH B BBIIMIEYKA3aHHBIX paborax,
JIOCTATOYHO CJIOKEH, II03TOMY aBTOPHI HCIIOIb30Ba-
a1 MeMOpaHbI, CHHTE3UPOBAHHBIE B J1a00PATOPHBIX



«3aBoackasd maboparopusa. [[marnocruka marepuanaos». 2018. Tom 84. Ne 6 13

yCIoBHSX. B MpoMBINUIEHHBIX MaciiTabax MO3amd-
HbIe MeMOpaHbI 3a pybexoM He mpousBoxarcsa [15].
B P® (OO0 «UII «Illexknnoasor») paspaboraH cIio-
co0 mosyuyeHus MO3amdyHbIX MeMOpan mapru AK,
OCHOBY KOTOPBIX COCTaBJIfET CMECh M3MEIbUeHHBIX
KaTHOHOOOMEHHOTO ¥ aHHOHOOOMEHHOTO MaTepua-
JIOB, CIIPECCOBAHHBIX co cBasymomum [17]. Ouu 6o-
jlee TIPOCTBHI B HU3TOTOBJIEHWM BCJIEICTBHE OTCYT-
cTBUS TPebOBaHUA NAPAIETHLHOCTA KATHOHO- W
AHMOHOOOMEHHBIX 00JIacTei, & MX CTOUMOCTH CPaB-
HMMa CO CTOMMOCTBI0O KOMMEDPYECKH [[OCTYITHBIX
MOHOOOMEHHBIX MeMOpaH. B mureparype orcyrcry-
0T MCCIIeZIOBAHMUS TI0 TiepeHocy uyepes takue MM op-
TaHMYECKUX COeNUHEHWH U COJIeM MeTajlioB, 3a
HCKJIIOUeHueM Hairei paborsr [18].

Lenp mamnoii paborbl — paspaboTka crocoba
MPOOOIIOATOTOBKH I KOHTPOJsA comepskanus ' B
€r0 BOJHO-COJIEBBIX PpACTBOPAx IIyT€M TBEPHO-
(hasHOM SKCTPAKIINK YTIEPOAHBIMH HAHOTPYOKAMU
¥ METOJIOM [HAa/IN3a C OTeUeCTBEHHBIMU MO3aUYHbI-
mu membpanamu [17].

HJIH IIPUTOTOBJIEHUA BOOAHO-TJIMKOJIEBBIX U BOJ-
HO-COJIEBBIX PacTBOPOB OI' HCIOIB30BANM STHUIIEH-
riukoib x4 (Kommonenrt-peakrus, Poccust), NaCl u
KClI xu (Sigma Aldrich, Poccus).

Teepdogpasnasn oxcmparxyus. TsepmodasHyio
aKcrpakiuio ' U3 ero BOMHO-COJIEBOTO pacTBOpa
AI' + KCl, ucxomuble KOHIEHTPAIIUH IIPEaCTABIIE-
HBI B Ta0J1. 1) TPOBOAMIN HA YIIEPOAHBIX HAHOTPYO-
kax «Jleamrom» (OO0 «lleHTp HAHOTEXHOJOTHEI»,
Mocksa), mokasaBinx Hawiaydiiee cpoacTtBo K IOl
[IPU UCCIIEOBAHUH COPOIMY HA YIJIEPOMHBIX HAHO-
YacTUIAaX Pa3IudHbIX mpousBoaurenei [7]. ['oroBu-
JIU CyCIIeH3UH BOAHO-coJeBbix pacTBopos ' + KCl
PAa3IUYHON KOHIIEHTPAIIMY C YIJIEPOIHBIMA HAHOYA-
crunamu. Hasecky copbenra (YHT) maccoit 0,010 +
+ 0,0002 T B BO3AYIIHO-CYXOM COCTOSHHU IIPUBO-
aumu B koHTakT ¢ 100,0 em® pacrsopa copbara ms3-
BECTHON KOHIIEHTPAlMHM NpU 3aTaHHON TeMIepa-

Type. PacTBOop moaBepramu yabTpasByYKOBOMY BO3-
IEUCTBUI0O C WCIIOJIb30BAaHUEM YIbBTPA3ByKOBOM
ycraroBgu MO®PI1. Ilocre 00paboTKH yibTpPasBy-
KOM pPacTBOP MEPEMEITUBAIN B IIIEHKep-UHKybaTope
ES-20 npu remmeparype 20 °C B TeueHue He06X01H-
MOTO [JIi YCTAaHOBJIEHHUSA PABHOBECHUA BPEMEHH, KO-
TOpPOEe COTJIACHO KWHETHYECKHUM HCCIEI0BAHUAM
cocraBiuer 4 4. llocie mepemeruBaHus pacTBOP
nenTpudyruposaiu Ha mentpudyre K1015 Gentu-
rion Sciencing. KouienTpanuio >STHIEHTIAKOJS
B CyIepHATAHTE ONIPEeNeNaId METOJOM PEeIOKCMeT-
PUYUECKOTO TUTPOBAHUSA 110 PEAKI[UU €r0 OKUCICHUA
M30BITKOM IUXpOMATa KAIWUd B IPUCYTCTBUHU KOH-
EeHTPUPOBAHHON CEPHOU KUCIOTHI:

3HOCHQCH20H + 5KQCI'207 + 2OHQSO4 =
= 5KQSO4 + 5CI‘2(SO4)3 + 29H20 + 6002

M36bIrTOK  guxpoMaTa KalHs OINPeIeIsid HOmIo-
METPUYECKH:

K2CI‘207 + 6KI + H2SO4 + ]_ZHCl =
= 6KCl + KQSO4 + 201‘013 + 312 + 7H20,

BBIIEJIUBIIUIMCA MOJ] OTTUTPOBBLIBATHU PaCTBOPOM
THOCYJIb(paTa HATPUS:

12 + NastOg = 2Nal + Na2S406.

Karvoubl kamus ompemesisid MeTOmoM (oTo-
METPHH ILIAMEHH.

Cremnenp uspnedenns I (cou) U3 BOMHBIX pac-
TBOPOB yIJIEPOIHLIMU HAHOYACTHIIAMYU PACCUNTHIBA-
o 110 hopMmyIIe

R = VyHT/(VyHT + Vp-p) - 100 %, (1)

e V,.,, Vyar — KommdecTBo Bemiectsa Il'(comw)
rmociie copbIMM B pPacTBOpPe U YTIEPOIHBIX HAHO-
TpyOKax COOTBETCTBEHHO.

Ta6auma 1. Xapaxrepucruku TBepaodasuoit sxcrpakiuu OI' u KCl ua YHT «/leanrom» us BogHO-comeBoro pacreopa I

Konmenrpanus, Mmoms/mm3

Crenens ussneuenust, % Koaddumment
10 copoIun mocie copoIuu pasaeneHus

T KCl T AT KCl ol KCl
9,7 10 0,7+ 0,1 9,8 0,2 93,0 2,0 14,0
9,4 50 0,6 =0,1 48,7+ 0,2 93,7 2,6 15,5
9,4 100 0,6 =0,1 99,8 = 0,1 93,4 0,2 15,1
49,4 10 6,8 = 0,2 9,8 =0,1 86,1 2,0 7,0
49,4 50 59=0,2 48,7 = 0,3 87,9 2,6 8,0
49,7 100 6,9 = 0,2 99,8 £ 0,1 86,1 0,2 7,2
98,8 10 9,8 +0,3 9,8 £0,1 90,0 2,0 9,9
99,0 50 9,0 =0,3 48,7 = 0,3 90,9 2,6 10,7
99,0 100 11,0 = 0,3 99,8 £ 0,1 88,9 0,2 8,9
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Puc. 1. 3aBucumocts crenenu pecopbiuu II' (Cyyp =
= 0,1 monb/mM3) OT BpEMEHH B CTATHIECKOM PEKUAME

Kosddumuenr paspenenus 31" u comu ompese-
AT KaK OTHOCUTEJIbHOe HM3MEHEHHE OTHOIIEHUH
KOHIIEHTPAIIUil KOMIIOHEHTOB B MCXOJIHOU CMeCU K
MX KOHIIEHTPAIIUSIM II0CJIE COPOITHM:

Coar /Coxal
o=—.

= (2)
Cor/Cka

XapakTepucTUKH TBEPAO(A3SHOM SKCTPAKIIUU
IA' u KCl wa YHT «/leanrom» mpeacraBieHbl B
Tabum. 1.

Takum o6pasom, yriepogHble HAHOTPYOKH «Jle-
anToM» SIBJISAIOTCI 3(Q@EKTHBHLIM COPOEHTOM IJIs
TBepAodasHoii sKcTpakiun I u3 ero BogHO-cosIE-
BOrO pacTBopa (cremeHb uaBiedeHus Ol maHHbIMU
YHT cocrasnser 86 — 94 % mpu 0qHOKPATHOHN COP6-
[WH) U pasfieieHusd KOMIIOHEHTOB BOHO-COJIEBOTO
pacteopa I + KCI. Xsiopun kanus gaaasivu ¥ HT
M3 BOJHOTO PACTBOPA MPAKTUIECKU HEe COPOUpPyeTCs.
Bricokasa amcopbiiua STUIEHIVIMKONSA W HU3KAA aj-
copbIius XIOpUAa Kamudg U3 BOJHBIX PACTBOPOB,
obecrieunBanomas 3pdeKTUBHOE pasjeneHue, 00y-
CJIOBJIEHA CIEAYIOIIUMHY MPUIYHHAMHU. B BogHOM pac-
tBOpe A" 06pasyeT BOMOPOIHBIE CBI3H C MOJIEKYJIa-
MU BOZBI, OTHAKO 00pa3oBaHue BOJOPOIHBIX CBA3EH
MOJIEKYJI BOABI APYT C APYTOM SHEPTeTHIEeCcKH Oosiee
BBITOJIHO, ¥ OHHU CTPEMSATCA «yHIUTh» ITUICHTJIHU-
KOJIb K TIOBEPXHOCTH YIJIEPOAHBIX HAHOTPYOOK (THI-
pocobHoe B3aummomeiicrue) [19]. Xmopum kamus
rugpoduied. KaTtron kamusa rugpaTupyercs MoJie-
KyJlaMHu BOABI M o0pasyer ¢ HUMH 0ojiee IPOYHBIE
ceasu, yeM ¢ YHT. Ilosromy mexnmy KaTHoOHOM u
YHT uopucyrcrBytor ™moseryabl Boabl. OmHaro
BciecTBHE cBoiicrBa ruapogodroctn YHT [20]
B3aUMOIEMICTBHE HAHOTPYOOK M MOJEKYJ BOMBI OT-
CYTCTBYeT WJIH SABJsgeTCA CiabbiM, YTO 00yCIaBIHBa-
eT 3HAYUTEIHHO MEHbIIIee COPOIIMOHHOE B3aUMOJIeH-
CTBHE THAPATHPOBAHHOTO KaTuoHa Kanuda u Y HT mo
cpaBHenwio ¢ Bzaumoneiicreuem Il — YHT.

MOIAWUHAR

mambpaHa
M
Fy

MaCl HO

ar

Na*

cr

L

T Puc. 2. fdgeiika nna npoBeneHua nua-

3r+Nacl nu3a ¢ MozawdHoi Membpanoi AK-45

Koasddunuenrs: pasgenenns A" u xmopuna xa-
aug (cM. Tabn. 1) cBumeTensCTBYOT 00 3ddeKTHs-
HOM pasfie/IeHuH.

Hecopb6ruio OI' mpoBOAMIN B CTATHYECKOM pe-
skume B Tedenme 134 0,1 M pactBopoM mporaHo-
na-2. Jlauubni pactBopuTens ObLT BBIGPAH BCIe[-
crBue 5eKTUBHOrO u3BiedeHus uM I ¢ aKTuB-
ubix yraei [21]. ITocae copbuuun YHT ma duasrpe
«benmasg JeHTa» TMOMelmaad B KOJ0y, mo6aBiamiud
0,1 M BomHbI# pacTBOp IPONAHONIA-2 ¥ aKTHBHO IIe-
peMeInuBaIu B IIeHKep-uHKyOaTope IMpu TeMmIiepa-
Type 25 °C, 3arem pacTBOp HEHTPUQYTHUPOBAIUA U
ompefensanu KoHIeHTparmio I mocae gecopOimm.

Ha puc. 1 npencrasiena 3aBUCHMOCTD CTEIIEHU
nmecopbrmu AI° B craTWyecKoM peKrMe OT BpeMeHHU
(Cysr = 0,1 mons/mm?®). W3 pue. 1 BugHO, 9TO CTe-
neub gecop6imu A" 3a 13 u cocrasmser 71 %, npu
t > 650 MUH KpuBad NPAKTUYECKH BBIXOJUT HAa
IJIaTo.

Hanwuuue xmopuna xanus He BIHSET Ha AecopoO-
nwuio AI°, KCl ue necopbupyercs 0,1 M BogubIM pac-
TBOPOM IIPOTIAHOJIA-2.

Muanus ¢ mosauuroii membparoii AK-45. B o6o-
3HauyeHUH Mo3awdHbix MemOpan AK-N uyucio N
TIOKAa3bIBAET IIPOI[EHTHOE COJIEp:KaHNe AaHWOHO-
00MEHHOU COCTaBIAIONIIEH B MOHOOOMEHHOM MaTe-
puane membpanbl. B pa6ore [18] pacemorpernst MM
¢ N =30, 45 u 80 u mokasano, uro Hauboisiee 3-
(beKTHUBHBII TIepeHoC COMM HAOMAAeTCs MPH AHa-
nuse uepes AK-45. Ecau xaTuoHOOOMEHHAS YaCThb
membOpaubl AK maxomgurea B Na-opme, a anrnoH006-
menHas yacts — B Cl-dopme, To roBopaT, 4T0 MeM-
6pana naxomgurcsa B NaCl-gopme.

Huamus BomHO-comeBbix pactBopoB NaCl
(KCl) + 9T mpoBoamiui B JBYXKAMEPHOM SUeiiKe
C IIPOTOYHOM HCXONHOM ceKImel 1 3aKpBhITOHM IIpu-
eMHOH ceknmen (puc. 2), pasgeseHHOH MO3aWIHOH
membOpanoit AK-45. Tlpu uccrnemoBamuu mepenoca
Boguoro pactBopa NaCl 1y uCKI0YeHUsT HOHHOTO
oomena MM maxomunucs B NaCl-dopme, mpu uc-
crefnoBaHUM TiepeHoca BomHOro pactBopa KCl —
B KCl-dopme. PacTBopsl, cocTaB KOTOPBIX IpUBENEH



«3aBoackasd maboparopusa. [[marnocruka marepuanaos». 2018. Tom 84. Ne 6 15

Ta6auna 2. CocraB MCXOJHBIX PACTBOPOB M K03(pduiimreH-
ThI pasnenenud I u conmu quamTU30M ¢ MO3aUYHON MeMOpa-
noit AK-45

Howmep KonnenTtpanus, Mosb/mv3 Koadurment
pac- paspeneHus
TBOpa ar NaCl KCl AT u comu, a
1 9,90-102 1,0-10°3 — 38,0
2 9,88 - 102 0,01 — 30,8
3 9,88 - 10-2 0,1 — 23,7
4 9,92 - 102 — 1,0-103 19,4
5 9,90 - 10-2 — 0,01 17,5
6 9,92 - 102 — 0,1 13,4
B Tab. 2, IIoJaBaId B HCXOJHYIO IIPOTOYHYIO CEK-

0. CKOPOCTH TOau¥ BO BCEX CIyYasX COCTABIISLIA
2,9 MiI/MUH, TaK KaK 9KCIIEPUMEHTAIbLHO YCTAHOBIIE-
HO, YTO TPH JAHHOW CKOpPOCTH HABII0MaeTca Hau-
OOIBIIINY TTOTOK SJIEKTPOIUTA Yepe3 MeMOpPaHBI.

B mpuemHoOIl cekiuu [0 HaYaia IUaIN3a HAXO-
Iuiach TUCTHAMpPoBaHHas Boga. Uepes 15, 30, 60,
120, 180, 240 muH mepMearT CIUBAIU U aHATU3UPO-
Banu (OI' ompenmensad pemoOKCMETPHUYECKHM THUTPO-
BaHWEM, XJIOPUbI KAV U HATPHUSI — MEeTOI0M (Po-
TOMETPHH IIaMeHH). [I[preMHyI0 CEeKIII0 BHOBD 3a-
IOJTHSIH JUCTUJIIUPOBAHHON BOIOM.

Yucnennble sHauenus otHowmenuut C/C, nua
memOpan AK-30, AK-45 u AK-80 mpencraBieHsb! B
pabore [18, Taba. 2]. Ha puc. 3 mpexncrasiena 3aBu-
cumocts otHoterusa C/C, kounenrparuit I (coman)
B IIPUEMHON U HUCXOMHOM CEKI[UAX OT BPEMEHHU JIua-
nusa yepes memOpany AK-45.

Kax cnemyer u3s puc. 3, NaCl u KCl gocrarouno
a(pperTrBHO MepeHocaTcs yepes meOpany AK-45, a
neperoc I ouens HesnaunTeneH. Ha ocHoBe pacue-
Ta OTHOIIIEHUH KOHIIEHTPAIU B UCXOHOH U IIPHEM-
HOM CEKITUAX BBIUHUCIUIN KO3((UITHEHTHI pasaese-
aua I u comu mist pacteopoB Ne 1 — 6 (em. Tabi. 2).

Amanus puc. 2 TakKe MOKa3bIBAeT, YTO HAubO-
mee 5(PQPEKTUBHO CONb TepeHocuTcs uepes MM
AK-45 u3 pacTBOpOB MajIbIX KOHIIEHTPAIHH, YTO
00yCJIOBJIEHO CTPYKTYPHBIMU OCOOEHHOCTSIMH MO3a-
WYHOM MeMOpaubI [18]. 9TO IPUBOAUT K CHUKEHHUIO
K09 (PUIIMEHTOB pasieleHus IPYU yBeIWYeHW: Ha-
YaIbHOU KOHIIeHTpaIuu coiu (cm. tabi. 2).

Takum obpasoMm, guaau3 C MO3AUIHBIMH MEM-
OpaHaMu IMTO3BOJISET CyIIeCTBEHHO CHU3UTh KOHIIEH-
TpAIUIo COMU B BOAHO-cosieBoM pactBope . Ilpu
razoxpomarorpadudeckoMm ompezaenaeanu I B Boj-
HO-COJIEBOM PACTBOpPE MPOUCXOIUT OCAKICHUE COJIU
Ha WHKEKTOPHBIX JalHepax xpoMaTrorpaduuecKoi
CHCTEMBI, UTO CHHUKAET YyBCTBUTEILHOCTH OIIpefe-
seHusA. BeremcrBue 5TOr0 MHMKEKTOPHBIE JAHHEPHI
HE00XOIUMO PETYJISIPHO MPOBEPSITh U MPU HATWIUN
Ha HUX 0CA[[Ka 3aMEHATH HA HOBbIE, YTO JOCTATOYHO

4
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Puc. 3. 3asucumocts orHowenuit C/C, KOHIEHTpAIUi

NaCl (1), KCl (2), 9I" uepes AK-45 8 KC1 (3) u 9I" gepes

AK-45 B NaCl (4) B mpueMHO ¥ HCXOHOM CEKIUAX OT Bpeme-

HU [UAIU34a /I PA3IWYHbIX UCXOIHBIX KOHIIEHTPAIIUN COJIH

(CHCX(BI‘) ~ 0,1 mons/mm?®): o — C,, (NaCl, KCI) = 0,001;
—0,01; 6 — 0,1 mostn/mM3

noporo. CylnecTBeHHO HPOAIUTH CPOK UX CILIY:KOBI
TI03BOJIAET CHIKEHUE KOHIIEHTPAI[UU COJIeH B HC-
XOI[HOM pacTBOpe.

Paspa6orannbiii crocod mpoOOIOATOTOBKY IJIs
AHATUTHIECKOT0 KOHTPOJA comep:kanusa Ol B ero
BOHO-COJIEBBIX PACTBOPAX XapaKTepPHU3yeTcs Clie-
IYIOIIUMY ITapaMeTpPaMu.

1. Koodppurmenror pasgenenms O u KCl
Ha YIJIEPOAHBIX HAHOTPyOKax «[leamTom» memkar
B uuTepBane 7 — 15 (mma 0,001 < Cy5r < 0,1, 0,001 <
< Cyka £ 0,1 mons/nm3. TIpu sTOM CTemeHb u3BIEYe-
uust ' cocrasiaser 86 —94 % npu OXHOKPATHOM
SKCTpaKIuu, xaopun Kaiausd gamabivu ¥ HT mpaxk-
THYEeCKH He copbupyerca. AKTHBHBIE YIJIH, WC-
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mosb3yeMble i u3BiedeHus Il m3 BogHOTO pac-
TBOpa, OAOT cremneHb usBiaedenus I 74 % pua
Conr ~ 0,004 monb/mm® [2]. OTo moOKasbIBaeT mep-
criekTuBHOCT, npuMmeneHus YHT «Jlleamrtom» mis
KOHIIeHTpupoBaHud J]" 13 BOMHBIX PACTBOPOB.

2. Koadunmenrs: pasgenenns I u xa0pumos
I[EJOYHBIX METAVIOB JHAIW30M C MeMOpaHoum
AK-45 nesxar B uaTepBane 13 — 38. Briasaewo, uto
nanHas membpana 3ddeKTUBHA I HepeHoca Co-
JIed IeJI0YHBIX METAJNIOB M3 MaJOMUHEPATH30BaH-
HBIX BOJHBIX PACTBOPOB, B OTJIMYHE OT TPATUIIMOH-
HBIX HOHOOOMEHHBIX MeMOpaH, I/ie JaHHbIA IePEeHOC
OTCyTCTByeT BelesicTBHe siBneHus JlonHana. 3a 4 4
nuanmusa depes membpany AK-45 8 NaCl-hopme me-
penocutes 96 % NaCl (C, = 0,001 momns/nm?), 87 %
NaCl (C, = 0,01 monb/nm?), nya KCl-dopmbr — 86 u
82 % KCl coorBeTcTBEHHO.
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POTOROJTOPUMETPUYECKOE OIIPEAEJIEHUE
MUKPOCO/JEPKAHUN ITNPKOHUSA B IIPOJYKTAX ITPOU3BOJICTBA
JINHEWHBIX AJIb®A-OJIEGUTHOB

© JImmua fArodaporua I'atTuarynnimuaa, Mapar lamupoBuu Casaxos,
damzanua I'asmuaypoBHa JlaTeimoBa

ITAO «Hukueramcruedrexum», 1. Hmgnekamck, Pocens; e-mail: GatiyatullinaLlY @nknh.ru

Cmamuvsa nocmynuaa 23 mas 2017 e.

IIpu npouseoxacTBe nuHelHbIx anbda-onedunos (JIAO) ¢ mpumeHeHneM KaTaausaTopa Ha
ocHOBe KapOokcmiara IUpKoHusa no texuoiaoruu a-SABLIN B mensax aHAIUTHIECKOTO KOHT-
POJIST TEXHOJIOTUYECKOTO IIPOIIeCca HeOOXOAMMO OIIPENeIaTh OCTATOYHbIE CONEPKAHMUS ITUPKO-
HUA B PACTBOpUTENE IIPU IIPOMbBIBE 000PYIOBAHU, IPOAYKTAX PEAKIIMH U CTOYHBIX BOAAX,
YHCTOTA KOTOPBIX JKECTKO perjiaMeHTHpoBaHa. B crarbe paccMOTpeHbI 0COOEHHOCTH (POTOKO-
JIOPUMETPUUECKOrO OIIPEIeIeHus IIPHUMecel IIMPKOHMS C PA3HBIMU KOMILIEKCO00pasoBarTess-
MH, 9YBCTBUTE/JIBbHOCTDb OIIpEOe/IeHUA B IIPUCYTCTBHHU jKejie3a, aJllOMHUHUA, HUKEJId U XpoMa
OLIEHEHA IIyTeM CpPaBHEHWs B3HAYEHWU «HHIEKCA YyBCTBHUTEIBHOCTH», IIPEIIOKEHHOIO
E. Cenpenom, u «ynenbHOTo moriomenus» 3. Mapuerko. 17151 ompeneeHus UPKOHUS B IIPO-
IyKrax mpousBozacTBa JIAQO mpeioskeHo HCIIOIb30BATh PEAKIINI0 KOMILIEKCOOOPAa30BaHUA C
apcenaso III B cpeme 9 — 10 M HCI. O6pasyroiieecs: OKparieHHOe KOMILIEKCHOE COeTUHEHIe
VMeeT MaKCHMyM CBETOIIOIJIOIIEHHs Ha JyinHe BoaHbI 670 uM. [[uamasoH onpenenseMbx Co-
nep:xanuii ot 0,100 1o 100 Mr/kr, ompenenenuio He MemaoT 103-kpaTHbie konuaectsa NiZt,
Fe3+t, Al3+ u 400-kparubie Kommdaectsa Cr3+t. JIa MCKIIOUEHNA MEIIAIONIET0 BIUAHNAA KHUC-
JIOTHOCTH Cpefbl BhIOpaH Meror 100aBoK. Ha ocHOBaHWMM OLIEHKHM METPOIIOTHYECKUX XapaKTe-
PHUCTHE PaspabOTAHHOM METOAMKHU IIOKA3aHO, YTO OHA O0ECIIEUMBAET YIOBIETBOPUTEIbHBIA
YPOBEHB BOCIIPOM3BOIUMOCTH U IIPABIILHOCTH PE3YJIBTATOB I AHAJTUTHIECKOTO KOHTPOJISA
npousBozcTsa JIAO.

Kirouessle ciroBa: MupKOHUIL; apcenaso 111; tunelinbie anbga-onreduus; HHIEKC 1yBCTBU-
TEJILHOCTH; YeIbHOE MOIJIOIIeHE; (DOTOKOJIOPUMETPHYECKOE OIIPEIeIeHNe; METO J00aBOK.

PHOTOCOLORIMETRIC DETERMINATION OF ZIRCONIUM MICROCONTENT
IN THE PRODUCTS OF LINEAR ALPHA-OLEFINS PRODUCTION

© Lidiya Ya. Gatiyatullina, Marat D. Sayakhov, Zamzaliya G. Latypova
PJSC “Nizhnekamskneftekhim”, Nizhnekamsk, Russia.
Submitted May 23, 2017.

Analytical control of the technological process of linear alpha-olefins (LAO) production using a zirco-
nium carboxylate based catalyst according to a-SABLIN technology calls for determination of the re-
sidual zirconium in the solvent when washing equipment, in the reaction products and wastewater, the
purity of which is strictly regulated. Features of photocolorimetric determination of zirconium impuri-
ties with different complexing agents are considered and sensitivity of the determination with iron,
aluminum, nickel and chromium present is estimated by comparing the values of the “sensitivity in-
dex” (by E. Sendel) and “specific absorption” (by Z. Marchenko). The reaction of complex formation
with arsenazo III in 9 — 10 M HCl is used for determination of zirconium in the LAO production related
products. The resulting colored complex exhibits the maximum light absorption at a wavelength of 670
nm. The measured content ranges from 0.100 to 100 mg/kg, 103-fold amounts of Ni2+, Fe3+, Al3+ and
400-fold amounts of Cr3+ do not interfere with the determination. The method of additives is used to
eliminate the interfering effect of the acidity of the medium. It is shown that the developed technique
provides a satisfactory level of the reproducibility and correctness of the results for analytical control of
LAO production.

Keywords: zirconium; arsenazo III; linear alpha olefins; sensitivity index; specific absorption;
photocolorimetric determination; addition method.
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Jluneitnbre anbda-onepunnr (JIAO) mwuporo wuc-
MOMB3YIOT B XMMHUYECKON MPOMBINIJIEHHOCTH: OyTeH
¥ TeKCeH — B KauecTBe MOHOMEPOB M COMOHOMEPOB
B IIPOIIECCAaX MOMYYEHMUS IIOJUMEPOB, OKTEH, EIleH U
6osiee BBICOKOMOJIEKY/ISIPHBIE OIe()MHBI — B Kade-
CTBE CHIPbA IIPHU IIPOU3BOJICTBE IETEPTEHTOB, CHHTE-
THYECKHUX CMa30YHBIX MACel, INTACTH(UKATOPOB, CO-
MTOJIMMEPOB, ITOBEPXHOCTHO-AKTUBHBIX BEIECTB, Te-
IJIOHOCHUTEJEH, BBICIINX KUPHBIX CIIUPTOB U Kapbo-
HOBBIX KHCJIOT, 8 TAKKe MPHU MMOJyUeHUU KOMITOHEeH-
TOB Pa3IWYHBIX KOMIIO3UIINH (MACTHUK, TEPMETHUKOB,
mokpeITHi) [1 - 5].

HuskoremnepaTypHyo OJIUTOMEPH3AIIAI0 HTHU-
snena B Boicinre JJAQO oCyIecTBIAIOT C UCII0Ib30Ba-
HUEM MEeTALIOKOMILIEKCHBIX CHCTEM, BKIIOYAIOIIUX
COeMHEHUS IIePEX0HOTO MEeTaJIa U alFOMOOPTAHH-
YeCKHe COKATAIu3aTopskl [6].

ComocraBuTenbHas OllEHKA AKTUBHOCTHU W Ce-
JIEKTUBHOCTH PA3JTUYHBIX KATATHU3aTOPOB OJIUTOME-
pU3anyH STUIeHA YKa3bIBAeT HA TO, YTO KATATUTHU-
YecKas crcreMa KapOOKCHIAT IUPKOHUSI — CECKBH-
ATIOMUHUNXJIOPUL SBISETCI ONHOM u3 Hambosee
a(p(peKTUBHBIX U XapaKTepusyeTcs 00jee BHICOKOM
MPOU3BOAUTENHHOCTHI0. M cImonb3oBanme KarTaausa-
TOPOB 9TOTO THIA O3BOJAET YIYYIINTH SHEPTeTH-
yeckuil 6asanc mpoiecca [7].

EnuHcTBeHHBIH NTPOMBINLIEHHBIH IIPOIlECC II0-
nyuennsa JIAO ¢ uCIONIb30BaHMEM KATAIHTHYECKOH
CHUCTEMbI HA OCHOBE ITUPKOHUS OCYIIECTBIAIOT B CO-
orBercTBuH ¢ TexHosorued a-SABLIN: mpu oswuro-
Mepusaiuu stwieHa B JIAO wucmonb3yooT Karasu-
3aTOp, COCTOAINME W3 KApOOKCHIATA ITUPKOHHUSI U
srunamomuauiiceckBuiixiaopuna (ACX). Peaxkiuio
MPOBOJISAT B KUAKOU (pase, B KAUeCTBE PACTBOPUTEIIST
MPUMEHSIOT TOIYOIL.

KommoHeHThI KaTanmusaropa 4pe3BbIYAMHO YyB-
CTBUTENBHBI K BO3ZIEHCTBUIO BJIATH, BO3AyXa U KHUC-
JIOPOJIa, KOTOPhIe HHIUOUPYIOT IIPOIECC OJTUTOMEPH-
sanuu sruiena B JIAO u BBI3BIBAIOT TOOOYHBIE pe-
AKIIMM, TeM CAMBIM CHUIKAS €r0 TeXHHKO-9KOHOMH-
YecKue MOKa3aTeH.

IIpoayKThl OMMrOMepU3aNMH MIPEICTABIAIOT CO-
6ol cmech romosnoros oneduaoB Cy — Cgy ¢ ueTHBIM
YHCIOM YTJIEPOJHBIX aTOMOB. BapsrupoBaHue TeMiie-
PaTyphl, KOHIIEHTPAIIUHA COMU IUPKOHUS W MOJIBHO-
ro coorHomrenus Zr:Al B KaTamusarope MO3BOJISIET
peryiupoBaTh (PPaKUMOHHBIA COCTAB IPOIYKTOB
OJINTOMEPU3AIMYA B IIUPOKHUX TIPeIesiax, MEeHsIs CO-
OTHOIIIEHUE BBIXOJIOB JIETKUX U TSKEIBIX 0JIe(HUHOB.

ITpu mpoussoacree JIAO ¢ mpumeHeHueM Karta-
au3aTopa Ha OCHOBe KapOOKCHIaTa ITUPKOHHUSA II0
rexuosorun o-SABLIN mpembsaBiadiores KecTrue
TpebGOBaHUA K YHUCTOTE PACTBOPUTEIIH, IPOIYKTOB ¥
cTouHo# Boxbl. IIpm sTOM wmCIONB3yeMble KOHIIEH-
TpaIuu KaTanrusaropa KpaiHe HEeBeJIWKH, s KOH-
TPOJIA TEXHOJIOTUYECKOTO IpoIiecca TpedGyeTcs ompe-
JeJieHne ero KOMIIOHEHTOB C BHICOKOM TOUHOCTBIO.

Ompeznenenne 0CTATOYHBIX KOHIIEHTPAIUH IIHP-
KOHUA B PACTBOPHUTEJIE IPU IMPOMBIBE 060pyIOBa-
HUfA, MPOAYKTAX PEAKIMH U CTOYHBIX BOJAAX ABJIA-
eTcsl MMOCTOSHHON HEeoOXOAMMOCTBIO JIJIsi KOHTPOJIS
TEXHOJIOTHIECKOTO Ipouecca. V3aMeHeHHe RaHHBIX
IoKasaTenel ykKasbIBaeT Ha NPOOJIEMBI B OCyIIe-
cTBIeHUM Tporiecca mosnydenus JIAQO: yxymaienue
KavecTBa MOJIyIaeMbIX IIPOJYKTOB U CTOYHOHN BOIHI,
pacxon KaranusaTopa, Koppo3us 000pyI0BaHUS.

Ompenenerue OCTATOYHON KOHIIEHTPAIIMH ITHP-
KOHHS B IIEPEUUCIEHHBIX CIOKHBIX II0 COCTABY 00h-
ekrax Ha ypoBHe 0,1 -25Mr/Kr B TpHCYTCTBUU
CPABHUMBIX KOJIHYECTB IIPUMeECEe Kejies3a, aJioMU-
HUA, HUKEJIA, XpoMa ABJIAETCA CIOKHOM aHATNTHYIE-
cKoii 3amaueii. [IpucyrerBre Memanmux 51eMeHTOB
IIPUBOJUT K 3HAUUTEILHOMY CHUKEHHUIO TOYHOCTU U
YyBCTBUTEJIBHOCTH OIIPEIeIeHUs MHKPOCOIep:Ka-
HUUA IUPKOHUS IJI MHOTHX (PHU3HUKO-XHMHUECKHX
MeTozoB aHau3a [8].

IInanoM aHATUTHYECKOTO KOHTPOJA JIMIEH3UA-
pa mporiecca — HEMEIKON KoMuanuu JIuumne — mpe-
IyCMOTPEH MEeTOJ AaTOMHO-dMHCCHOHHOHM CIIEKTPO-
METpPUH C WHAYKTUBHO-CBA3aHHOM 1rasmoi mo DIN
EN ISO 11885 [9]. Merox ornwuaercd BBICOKOM
YyBCTBUTEJIBHOCTBIO, CEJIEKTHBHOCTBbIO, HHQOpMA-
THUBHOCTBIO ¥ SKCIIPECCHOCTHIO, OJJHAKO €r0 IMPaKTH-
YecKoe HCII0Ib30BaHNe B aHATUTHIECKOM KOHTPOJIE
OTPAHUYEHO II0 HYKOHOMHYECKUM U 3KCILIyaTaI[uOH-
HBIM COOOPAKEHHUAM — H3-3a JOPOrOBU3HEI IIpubopa
¥ HeOOXOIMMOCTH ITOATOTOBKY KBAITH(PHUIIMPOBAHHO-
ro TIepcoHasa.

B cBs3u ¢ sTHM BO3HHKIA HEOOXOTUMOCTh pPas-
paboTKM BHICOKOM30HMPATEILHOM, YYBCTBUTEIHHON 1
OCTYITHOM METOIWKH OIpeNesIeHUs ITUPKOHUA IS
AHATUTHYECKOr0 KOHTPOJISI IIPOoIiecca IPOU3BOACTBA
JIAO. [Is sToro 1enecoobpasHo HCIIOIHL30BATH Me-
TOx POTOKOJIOPUMETPHH, IIPH STOM JJIS JOCTUKECHUS
BBICOKOM UYBCTBUTENBHOCTH ¥ W30MPaATEIHLHOCTH
OmIpefie/IeHnusT MW TOAYyYEeHHUS BOCIPOM3BOLUMBIX M
MPaBWILHBIX PE3yJbTATOB aHAAMW3a HAuOO/Iee BakK-
HOE 3HAYEHHE MMEIOT CIIeIHU(PUIHOCTh BHIOPAHHOTO
peareHTa ¥ yCIOBUA (POTOMETPHUUECKOTO OIpesese-
musa [10, 11].

HsBecTHO MHOKECTBO (DOTOKOIOPHMETPHIECKUX
METOZOB OIPENeIeHUsI IUPKOHUI C Pa3IHYHBIMU
pearenramu [10, 12 — 15].

CpaBHHUTEIBHYIO OIIEHKY YyBCTBUTEIBHOCTH (O-
TOMETPHUYECKHUX PEAKIUH IIPOBEJINM Ha OCHOBAHHUU
npegnoxkernnoro K. CeHpmenoMm «WHAEKCA YyBCTBH-
TeabHOCTH» () [12] U «ymeabHOTO TOTJIOMIEHU» (Q)
3. Mapuenxo [10].

Tunuunble 3HAYEHUSI @ OJIA IIBETHBIX PEAKITUH,
KCIOJNb3yEeMbIX B HEOPraHUYECKOM aHAJIM3€e, COCTAB-
asor 0,1 — 1,0 cM?/MEr, a 3HAaYeHHe y A1d Hauboiee
YyBCTBUTEJbHBIX I[BETHBIX PEAKIMI KojaebieTcs OT
0,01 mo 0,001 MKr/cMm2.
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Ta6auna 1. OcHOBHBIE peareHThI U YCI0BHUA (DOTOKOIOPUMETPHIECKOTO OIIPEeeIeHHs [IMPKOHIS, 3SHAYCHNUI HH/EKCA 1yBCTBU-

TEJIBHOCTH U YAEJIBHOTO IIOTJIOIEHUA

Wunexc uyscTBU- . 10-3 YnenpHOE

Pearent PacrBopurens Cpena TENTBHOCTH @, MKT  Apay, HM /(8 2 ) moriomlenue
Zr/em? (A, HM) J/(MOIIE * CM a, CM2/MKT
Anuzapun kpacubii C Bopa 0,1-0,2MHCl;, =~0,013 (520) 520 7 0,08
HNO,
Ksepuerun 30 %-HbIH 0,5 M HC1 0,004 (440) 440 31,4 —
pacTBop STaHOIA
KcunenomoBsrit opaHKeBbIid Bopa 0,5-0,8 M HCI; 0,004 (535) 535 35 0,38
0,8 M HCIO,

Apcenaso III Bopa 9-10 M HC1 0,0007 (665) 665 ~120 1,30
Apcenaso I Bopa pH 1,6 0,007 (575) 600 9,7 —
8-OKCUXUHOIUH Xnopodopm 0,0064 (385) 386 14 —
ITuporxaTexuHOBBIN PHOTETOBBIR Boga pH5,0-54 0,0028 (650) 620 ~25 0,27

Ta6auma 2. 3aBUCHMOCTH ONTUYECKOH ILIOTHOCTH pac-
TBOPOB ¢ pasnuunoi koureHntparued HCl or comep:xanwms
IUPKOHUS

C(HC)), moms/mm3

C(Zr), mr
9 9,4 10

0,0005 0,058 0,064 0,071
0,0010 0,115 0,126 0,139
0,0020 0,238 0,258 0,280
0,0030 0,358 0,391 0,425
0,0040 0,475 0,520 0,559
0,0050 0,590 0,643 0,695

K=)DC,/>D? 000844 000774  0,00716
=1

=1

B tabu. 1 npuBemeHbl peareHThl, UCII0Ib3yeMble
o omupenenenus He 6osee 0,1 MI/KT IMPKOHUA,
YCTIOBUS aHAJIN3a, 4 TAKKe 3HAYEeHUA YIeIHHOTO I10-
TJIOIeHU U WHAeKca YyBCTBUTEIbHOCTH [16, 17].

W3 Tabna. 1 BHAHO, YTO HHAEKC YyBCTBUTEJIb-
HOCTH CHMJKAETCA B PALy: AJIM3apHUHOBBIA Kpac-
w1t C > apcenaso I > 8-0KCUXMHOIUH > KCHIIEHO-
JIOBBIN OPAH/KEBBIN > KBEPIIETHH > MHUPOKATEXUHO-
BBIH (prosieToBbIN > apcenaso I11.

B 70 :&e BpeMsa 8-OKCUXWHOJIWH, KCUIEHOIOBBIH
OpaHIKEBBIH, MUPOKATEXWHOBBIN (PHOIETOBBINA 006-
pasyioT KOMILIEKCHI CO MHOTHMH METAJIAMH, YTO
He obecreunBaeT M30MPATEIBHOCTH OIIPEETeHHU.
KomnnexcoobpazoBanne Heomuma c apceHaszo 1 B
HEeUTPaNbHOH cpeje paHee uaydeHo B pabore [18].
OmHako KOMILIEKCOO6pa3oBaHue IUPKOHUSI HAGIIO-
JaeTcs IPH MOBBINIEHUH KucaoTHocTH a0 pH = 1,6,
U Opu A, = 575 HM HHIEKC YyBCTBHUTEIbHOCTH
coenuuenus pasen 0,007. Taxkum obpasom, omrTwH-
veckod twioTHOCTH (0,1 COOTBETCTBYeT KOHITEHTPA-
nus mupkouusa 0,7 MI/Kr, 94TO HE MOCTATOYHO IS
KOHTPOJA IPOJAYKTOB IIPOM3BOJCTBA JIMHEHHBIX
0J1e(DUHOB.

[IpencraBnsger wHTEpec MpUMeHEHHE apCceHA30
IIT gna poroMeTpudaeckoro onpenereHus THPKOHHUS
[19, 20]. Y3 Taba. 1 ciaemgyer, 4TO KOMILIEKCHOE CO-
eIWHeHUe [TUPKOHU ¢ apcenaso 111 xapakrepusyer-
csl MUHHUMAJIbHBIM 3HAYEHWEM WHIEKCA YyBCTBH-
TEIbHOCTH U MAKCUMAaIbLHBIM 3HAYEHUEM YIeITHHOTO
TOTJIOIIEHUS.

YenmoBus aHanu3a BbIOUPAIIH C YI€TOM SKCIIEPH-
MEHTAQJIbHBIX JAHHBIX II0 BJIWSHWIO KHCIOTHOCTH
Cpenbl, KOHIIEHTPAI[UHA COIYTCTBYIOIIUX JIEMEHTOB
U CTAaOWJILHOCTH 00pasoBABIIEroCs KOMILIEKCA Ha
olpejieieHue IMMUPKOHMUS.

Hcnonb3yemble peakTHBBI UMEIU KBATU(UKA-
W0 XY WU Y4 U He MOJABEPTaINCh JOMOTHUTETh-
HOIT ouncTKe. B paboTe HCII0/1b30BaIN PACTBOPBI CO-
JITHOM KHCTIOTHI ¢ KoHITeHTparuei 2,0; 6,0; 8,0; 9,0;
9,4; 10 moas/mm3, 0,05 %-ub1ii pacTBop apceraso III.
Pacrsop xematuna (1,0 %) roToOBUIH IIyTEM PacTBO-
peHUs HaBECKW KelaTHUHA IIPU HATPEeBAaHWM HA BO-
IAHOM 6aHe, pACTBOPBI IIMPKOHUA C KOHI[EHTPAIIHeH
0,05 u 0,001 mr/em® B 2 M HCI monyganu pasz6asie-
unem ['CO 8858-2007.

Hcmonb3oBanmu doromerp (POTOIIEKTPHUIECKUH
K®K-3-01, koBeTbl C JIHUHON ONTHUYECKOTO IIYTH
50 mm. Mameperus nmposoguau npu A = 670 HM.

CHayaiia HU3y4YUId 3aBUCHMOCTb OITHYECKOH
IJIOTHOCTH KOMILIEKCHOTO COEIMHEHUS ITUPKOHUS
¢ apcenaso III oT KOHIIEHTpPALMHU CONAHONU KUCIOTHI
B uHTepBaie 6 — 10 Momb/mm3.

YeranoBieHo, uTo Hauboiee 6aronpuATHAS 06-
JIacTh KOHIIEHTPAIUN COJITHOM KHUCIOTHI I 06paso-
BaHUA CBETOIOTJIONIAIONIET0 COEUHEHHU COCTABIISA-
er 9 - 10 monb/qM3, ogHAKO B STOM HHTEpBaje He
HabI07IaeTcad CTa0MIBHOCTh B 3HAYEHHUAX ONTHIE-
CKOU IJIOTHOCTH.

B cBasu ¢ sTuM wm3ydyeHa 3aBUCHMOCTH OIITH-
YeCKOH IIOTHOCTH KOMILJIEKCA [UPKOHMUS C apceHaso
IIT or comep:xanua IUPKOHUA B [AUANA30HE OT
0,0005 mo 0,0050 mr B cpeme 9 — 10 M consHoOi Ku-
cnoTel (Tabm. 2). [nsa crabunusaruu o6pazoBasIie-



«3aBoackasd maboparopusa. [[marnocruka marepuanaos». 2018. Tom 84. Ne 6 21

roca KOMILIEKCHOTO COEIWHEHHUA B PEAKIIMOHHYIO
cpeny m06aBIISIN PACTBOP KEIATHHA.

W3 Tabu. 2 cienyer, 4TO B OIMHUCAHHBIX YCIOBUAX
HaOII0aeTcs MPIMOJIMHEHHAS 3aBHCHMOCTh. B TO
sKe BpeMs pasOpoc B 3HAYEHUSIX IPaIyUPOBOUYHBIX
K09()(PUIIIEHTOB B 3aBUCUMOCTH OT KOHIIEHTPAIIUU
COJITHOM KHMCJIOTBI OCTUTAET 710 16,6 % oTHOCUTEh-
HO CPeIHEero apuMeTHIecKoro.

g ycTpaHeHUs MeIIAaNero BIUIHASI KHUCIOT-
HOCTH Cpejibl HaMH BhIOpaH MeTos 100aBok [21], Ko-
TOPBIA II03BOJISET CO3MATh OAWHAKOBBIE YCIOBUSA
17151 POTOMETPHUPOBAHUSA HCCIEyeMOTO PacTBOpa
pacTtBopa ¢ 106aBKO.

IJKCIEPUMEHTAIHHO YCTAHOBIEHBI JOIyCTUMbIE
COZIeP:KAHUS COITyTCTBYIOIIUX BJIEMEHTOB B (POTO-
MEeTPUPYEMOM PACTBOPE /I BBHIOPAHHBIX YCIOBHI
W3MEpPeHHA: [JId :Kejies3a, HUKeJd, aJllOMUHUA — JI0
0,5 mr, xpoma — po 0,2 mr. PacuetrHoe 3HaueHme
npeqena obHapyxeHua nupkoHud cocrauio 0,07 —
0,1 mr/xr.

Xo0 anaauza cmownoli 6odvi. B mBe KoHH-
yeckue KouObl BMecTtuMocTbio 100 cM3 BHOCAT mu-
TIETKOH paBHBbIE 00BEMBI HUCCIEIYEMOU MPOOBI C CO-
nepsxanuem nupkonus 0,0005 - 0,0025 mr, mobas-
nawor (5-Vy,) cM® IHCTHIIMPOBAHHOH BOABI M IIO
20 cm? 9 — 10 M HCI, momeriaroT KoI6bl HA DIEKTPO-
IUIATKY, HATPEBAIOT [0 KUIIEHWSI U KUIIATAT B TeUe-
aue 5 mun. Comep:krMoe KO0 OXJIaKIA0T 10 KOM-
HATHOH TeMIlepaTypbl, KOJTUYECTBEHHO IEPEHOCAT B
MepHBIe KOJIObI BMecTUMOCTEIO 50 cM?, omoackusas
9 — 10 M pacreopom HCI u cnuBas mpombIBHBIE pac-
TBOPBI B KOJIOBI. B 01HY 13 K010 BHOCAT C ITOMOII[BIO
MUTIETKY TaKOe KOJMIECTBO CTAHJAPTHOTO pacTBopa
nupkonus ¢ kounenTtparumer 0,001 mr/cm®, aT06BI
OITHYECKas IIOTHOCTH (DOTOMETPHPYEMOT0 PacTBO-
pa B 1,56 -2 pasa mpeBbImana ONTHYECKYIO ILJIOT-
HOCTB pactBopa 6e3 100aBKH.

3areM B KOIObI H00ABIIAIOT MMHAMETKOM 10 3 cM>
1 %-HOTO pacrBOpa KelaTWHA, IIePEeMEIINBAIOT U
BHOCAT 110 2 ¢M? 0,05 %-Horo pacTBopa apcenaso I11.
O6beM pPacTBOPOB JAOBOIAT M0 METKH COJITHOM KHC-
JIOTOM, TIEPEMEIIUBAIOT U CPA3y U3MEPSIOT OITHYe-
CKYIO IJIOTHOCTDb Ha JJIHHE BOJHBI A = 670 HM B Kio-
BeTe C TOJIIUHOHN ITOTJIOIIAIIEr0 CI0S KUIKOCTH
50 MM 110 OTHOIIEHUIO K KOHTPOJBHOMY OIIBITY.

Ta6auna 3. MeTposoruieckie XapaKTePUCTUKY METOLUKH
(hoToromopuMeTpHUeCKOro onpeneneHus nupkouus (kB = 2;
P =0,95)

JlnanazoH ompe-

O6bexT ananmsa JIeIIeMBIX COMep- S, % + U, mMr/Kr
JKAHUU, MI/KT
CTouHBIE BOIBI 0,100 - 100 4,7 0,07x
Y T71€BOIOPOIBI 0,100 - 5,00 6,2 0,09%
5,0 - 100 3,7 0,06x

Xo0 araausa yznesodopodos. B mnBe koHmUe-
ckue Kos6b1 BMectumocTbio 100 em? BHOCAT mummer-
KO paBHBIE 00BEMBI MCCIELyEeMON MPOOBI ¢ comep-
skaameM mupkouus 0,0005 — 0,0025 mr, m006aBiIsOT
(6-Vip) cM® IMCTHIMPOBAHHOM Boabl M 1mo 20 cm®
9 — 10 M HCI. Konbs! mmoMeranT Ha IIpeBapuTelb-
HO HATPeTyI0 IeCOYHYI0 0aHI0 M KUIATAT [0 UCUe3-
HOBEHHUs KallelleK YTIJIEeBOJ0poaa C IIOBEPXHOCTH
SKMIKOCTH, He IOIyCKas OypHOro KHIIEHHS, IIePHO-
IUYECKU TIePEeMeIInBas JeTKUM BCTPAXUBAHUEM,

PacrBops! oxnammaoT 10 KOMHATHOW TeMmIiepa-
TYpPBI ¥ KOJIMIECTBEHHO [IEPEHOCIT B MEPHBIE KOJIObI
BMecTuMocTb0 50 cm?, omonmackmsaa 9 — 10 M pac-
tBopoM HCl u cnuBas mpoMbIBHBIE PACTBOPHI B KOJI-
6b1. B of1Hy 13 K016 BHOCAT € TIOMOII[BIO TTUTIETKU JI0-
0aBKy CTAHZApTHOTO PACTBOpPA, COAEPKAIero
0,001 mr/cm® nuproHUA.

B k0716561 106aBRAI0T nUIIeTKOMH 110 3 eM® 1 %-Ho-
r0 pacTBopa JKejllaTHHA U IePEMEIIHBAIT, 3aTeM
BHOCST 110 2 cM? 0,05 %-Horo pacTBopa apcenaso 111,
[EPEMEITUBAIOT U JOBOAAT 00BEM pPACTBOPOB [0
METKH COJITHOU KuCIoTOH. M3MepsaioT onmTUdYecKyio
ILUIOTHOCTH Ha JJIMHE BOJHBI A = 670 HM B KioBeTe C
TOJIIIIUHON IIOTJIOIIAIOIIETO CJIOA JKUAKOCTH 50 MM
I10 OTHOIIIEHHUIO K KOHTPOJBHOMY OIIBITY.

B Tab6n. 3 npuBeaeHs! olleHeHHBIE 3HAUYEHUS I10-
KasaTess MPEeru3uOHHOCTH (8) ¥ TpaHUIlbl PACIIIH-
peunoit meompeznenennoctu (+U) npu roaddurru-
eHTe oxBara k = 2 W JOBEPUTEIILHON BEPOSTHOCTH
P = 0,95 [22].

IIpaBunbHOCTD PE3YIHTATOB OMPENEIeHUI ITUP-
KOHWS TIOATBEPIKIEHA METOIOM «BBEIEHO — Halie-
HO» IIPU aHAJIN3€e MOJEIbHBIX PACTBOPOB PA3IMIHO-
ro cocrasa (tabma. 4). B tabm. 4 Takxe mpuUBeIeHbI
pesynbTaThl aHAIM3a IMPOU3BOACTBEHHBIX IPO0 HA
OCHOBE TOJIy0Jia U BOJBI.

Ta6auua 4. Pesynbprarel aHanusa MOIENbHBIX PACTBOPOB
METO/IOM «BBEJE€HO — HAWIEHO» U MPOU3BOACTBEHHBIX IIPO6
(n=2;P=0,95)

Conep:xanue MUPKOHUS, MT/KTD

O0bekT aHanmmsa

Bseneno Haiineno
PacrBop muTpara 0,20 0,210 = 0,014
[HpKORHA B BoAE 5,00 4,83 0,35
PacrBop kap6okcuiara 0,15 0,140 = 0,014
LUPKOHUS B TOLYOIIe 30.0 3092 + 1.8
IIpo6a Ne 1 Ha ocuoBe — 1,48 = 0,10
BOJIBI
IIpo6a Ne 2 Ha ocHOBE — 1,10 = 0,10
TOJIyoJIa
IIpo6a Ne 3 Ha ocHoOBe — 66,0 = 4,0
TOJIyOJIa
IIpo6a Ne 4 Ha ocHOBE — 11,0 £ 0,7

Toxyosna u JJAO
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Tarkum obpasom, paspaboraHa MeTOAHMKA CIIEK-
TPO(POTOMETPHIECKOTO OIPEIEIeHU MHUKPOCOLEP-
JKaHUU MUPKoHuUA ¢ apcenaso III B mpoxykrax mpo-
usBozcTBa JIAO, KoTopas xapaKkTepusyercs JOCTYI-
HOCTBIO, BBICOKOH YYBCTBHUTEIBHOCTHIO M H30mMpa-
TEJIBHOCTHIO.

IIpoBenmenue pearnuu ¢ apceraso 1II B cuiabHO-
kucmou cpene (9 — 10 M HCl) nosBosaser moBbICUTD
YYBCTBHUTEJIBHOCTH METOMA, a UCIOIb30BAHNE METO-
na 100aBOK 00ECIIeYMBAET TOYHOCTH PEe3yJIHTATOB
ananusa. JlmamasoH ompenenseMbIX COMEP/KaHUM
nuproausa — oT 0,100 go 100 mr/kr, ompemeneHUI0
He MemaoT 10%-kpatHble KommuecTBa Ni?t, Fedt,
Al** u 400-kpaTHbIe KomudecTBa Cr3*.

Meronuka MOMXeT OBITH WCIOAB30BAHA MJIA
OTIpeJleJIeHus OCTATOYHBIX KOHIIEHTPAIUH IUPKO-
HUAS B CTOYHBIX BOAAX WM MPOAYKTAX PEAKIUU IIpU
AHAJIUTUYECKOM KOHTPOJIE TTPOU3BOCTBA TUHEHHBIX
anbda-oneduHOB.
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TEPMOT'PA®HUUYECKHN KOHTPOJIb U3{EJINA
HOBBIMH METOJAMH MYJIbTUMACIITABHOI'O AHAJIM3A
HECTAIITMOHAPHBIX TEIIJIOBBIX IIOJIEN*
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Cmamuvs nocmynuaa 31 okmsabps 2017 e.

HpI/IBeI[eHLI pesyabTaThbl IPUMEHEHUSA HOBbIX METOJ0B, CPEACTB KOHTPOJA U JUATHOCTUKH,
OCHOBAaHHBIX Ha KOMIIBIOTEPHOM aHATN3Ee KAPTHH MYyJIbTHMACIITAGHON TMHAMUYECKOH TEPMO-
rpaduu. B 3aBrcuMocTH 0T pazMepoB HHCIIEKTUPYEMOL 00JIACTH, a TAKKE XapaKTepa, 0CoOeH-
HOCTEH PACIIOIOKEHIS, ODUEHTAIUH U Pa3MepPOB [1e(PeKTOB HCIIOIb30BAIH PA3IUYHbBIE UCTOY-
HUKY DHEPTUH I 30HIUPYIOIIETr0 JTUHAMIYECKOTO0 HarpeBa KOHTPOIMPYEMOTO H3/IesIus: II0-
TOK BO3yXa, C(HOKYCHPOBAHHBIN JIA3€PHBIN IIy4OK, TOUYEUHbIH KOHTAKT. HecrarmoHnapHyo
TEIUIOBYI0 KAapTUHY KOHTPOJHUPYEMOTO YYACTKA PETUCTPUPOBATIN TEIZIOBU3HPOM BBICOKOTO
paspenieHusa U 3aTeM aHAJIU3UPOBAJIN C IIOMOIIBI0 OPUTHHAIBHBIX MOAEJBbHBIX IIOAXOI0B 1
PpaspaboTaHHOTO CHEeNUATH3HPOBAHHOIO MIPOrPaMMHOro obecreuenusi. Passurue nedexToB
IIPOBOIIMPOBAIM KATUOPOBAHHON JIOKAIBHOM CHIOBOM HATPY3KOM C IIOMOIIBI0 BCTPOEHHOTO
reHeparopa CHUJIbI, YTO AAaBaJI0O BOSMOKHOCTD BbIABUTH TUHAMUYHLbIE (CKJIOHHI)Ie K pOC’I'y) nae-
(beKTBI, OIEHUTH CTEIEeHb UX OMACHOCTH IS JAThHEHIIIeH SKCIUIyaTallid U OCTATOYHbBIN pe-
cypc usnenusa. Mcnonsayst mpeaaraeMble METObI, MOKHO 0OHAPYKHUBATh W KOJIHYECTBEHHO
XapaKTepr30BaTh Ae)eKThI PA3IMIHOIO THIA (TPEIUHBI, PACCIION, OTCIIOEHHUS U IeTPAIAIII0
TIOKPBITHHA, e(PEKThI CBAPKKA U KJIEEBBIX COEIUHEHW, [EIO3UThI TPAHCIOPTUPYEMBIX Be-
LIECTB U JP.), pa3MepoB (0T J0JeH [0 AeCATKOB MUJLUIUMETPOB) M PACIIONOKEHIA B U3JEINN
(He TONIBKO BOJIM3Y HAPYKHOM, HO ¥ BHYTPEHHEH ITOBEPXHOCTH COCYZ0B, TPYOOIIPOBOIOB, pe-
aKTOPOB, IUCTEPH U Ap.). PaspaboTaHuble METOUKY IO3BOJIAIOT TAKKE OIPEENATh U TEILIO-
(husruecKre XapaKTEPUCTUKN MAaTEPUATa, B YACTHOCTH, KO3((PUITUEHT TEMIIEPATYPOIIPOBO-
HOCTH C TOYHOCTBIO JIydirie ueMm *+3 %.

KaroueBsIie croBa: TepMorpadus; TeIIOBH30D; HEPA3PYIIAOIINAN KOHTPOIb; 1e()eKThI T0-
KPBITHH; TPEIIWHbI; HECTAI[MOHAPHAA TEILIOPOBOLHOCTE; Yucio Pypbe; K0adHIHEeHThI
TEeIlIO- ¥ TEMIIEPATYPOIIPOBOSHOCTH.

NEW METHODS OF THERMOGRAPHIC CONTROL USING MULTI-SCALE ANALYSIS
OF NON-STATIONARY THERMAL FIELDS
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A set of new approaches and techniques of non-destructive testing is described and implemented
within a unified computer analysis of the patterns of multi-scale dynamic thermography. Depending on
the size of the inspected area, nature, location, orientation and size of the defects, various energy
sources were used for probe dynamic heating of the controlled article: air flow, focused laser beam, and
point contact. The non-stationary thermal picture of the monitored area was recorded with a high reso-
lution thermal imaging device and then analyzed using original model approaches and developed soft-
ware. A set of discussed approaches allows detecting and quantitative characterizing of the defects of
various types, size (from fractions to tens of millimeters) and orientation, including cracks, coating
delamination or degradation, welding and glue seams defects, deposits, etc., both at the outer and inner
surfaces of tubes, tanks, and reactors, etc. The developed methods provides determination of the
thermophysical characteristics of the material, i.e., the thermal diffusivity coefficient with an accuracy
better than +3%..

Keywords: thermography; thermal camera; non-destructive testing; coating defects; cracks; non-sta-

tionary thermal conductivity; thermal conductivity and diffusivity coefficients.

Pacrymine tTpeboBaHus K MOBBIIMIEHUIO HATEKHOCTH
U TIPEJICKa3yeMOCTH OBEEHUA U3/IENIUHI B YCIOBUAX
SKCILUIyaTalluy CTaBAT PasHooOpasHble u Bce Oosee
CJIOKHBIE 3a[]aYU B OTHOIIEHUH KOHTPOJIA KAYecTBa
u cocrosguus o0bekra. OCHOBHBIE 3a/[aYU TeXHUYE-
CKOH IHArHOCTUKHA MOKHO OOBEIWHHUTH B YeThIpe
Oosbiiivie rpynnbl: 1) oOHApPY:KeHVEe U JTOKATU3AIIAIA
IeeKTHOH 30HbI; 2) KOTHYEeCTBEHHAS XapaKTepusa-
nusa ned)eKkToB; 3) OlEHKA CKJIOHHOCTH Me()eKTOB K
PasBUTHUIO U CTEIIEHU OIIACHOCTH JJI NajibHeuIein
9KcITyaTanuu; 4) IPOTHO3UPOBAHUE OCTATOYHOTO
pecypca uzpenud B reoM. O0braHO0 m0om00HEIE 3a1a-
Y{ peualT WHCIEKIMOHHBIMA U 1e()eKTOCKOINIe-
ckuMu cpenactBamMu [1 — 5], 4TO memaer KOHTPOJIb
TPYIOEMKUM, JOPOTOCTOSIIINM U TPeOyomuM 60Ib-
IIAX BPEMEHHBIX 3aTpaT. Bmecre ¢ Tem TexHwmde-
CKyI0 IWAarHOCTHUKY, KOHTPOJb, Ae(PEKTOCKOIHIO MU
OIIEHKY CTEIeHH OMACHOCTH PA3BUTHS OOHAPYIKEH-
HBIX 1e(DeKTOB JKeJIATEeIbHO IPOBOJIUTD C UCIOIH30-
BaHHEM OTPAHUYEHHOTO (B Haeae — OXHOTO0) YUCIa
(pu3HUECKUX MPUHITAIIOB, B paMKaX €JUHOM TeXHO-

Puc. 1. Cxema n3MepHTENIBHOTO KOMILIEKCA IJIA TepMorpa-
(brraeckoro KOHTPOIA ¥ TUATHOCTHKM: I — reHepaTop OfHO-
POZHOTO IIOTOKA TOPAYEro BO3AyXa; 2 — TEePMOCTAOHUIH3U-
POBaHHBIH HIN TEIJIOU30IUPYIOIIHE 60KC; 3 — TEILIOBH30D;
4 — yCTPOHCTBO I TOKAIHHOTO KOHTAKTHOTO HArpeBa U CH-
JIOBOTO HArpy:keHusa (MHIEHTHPOBaHUA); 5 — mnazep; 6 —
KOHTPOJIIED; 7 — KOMIIBIOTED; 8 — HCCIenyeMbli 00BEKT

JIOTUYECKOM IIaT(OPMBbI U € TIOMOIILI0 OJHOTO YHU-
BEPCAIILHOTO IIpubopa.

Becbma mepCrieKTHBHBI AMHAMUYECKHE TEpPMO-
rpaduyecKne MeToIbl KOHTPOJIA, KOTOPBIE ITOTEHIIH-
aIbHO UMEIOT PAf mpeumMyinecTs [6 — 14]. Ouun oba-
Ai0T OOJIBIENH MH(POPMATHBHOCTHIO U IIPOCTPAHCT-
BEHHBIM paspellieHreM, 0ojiee BBICOKOW YyBCTBH-
TEeIFHOCTHI0 K HEOIHOPOMHOCTAM, YeM CTAI[HOHAap-
HbIE WJIM KBA3UCTAI[MOHAPHBIE METO/bI, HO TPEOYIOT
0ojiee MHTEHCUBHBIX UCTOYHUKOB TEILJIA U BBHICOKO-
paspenIaolieil CuCTeMbl PETUCTPAIIUH.

Kax wusBecTHO, HecTanuoHApPHBIE TEMIIEPA-
TypHBIE MOJIA B UCCIEAYEMOM 00BEKTe JIydIlle Co3/a-
BaTh IyTeM KPATKOBPEMEHHOTO ITOBO/A SHEPTUU
K umHTepecyloler obmactu. Takike MOMKHO HCIIONb-
30BaTh IIOBEPXHOCTHBIA HATPEB, B YaCTHOCTH, 00-
IyBaHWE TOPAYUM BO3MYyXOM, HMITYJIbCHOE OOJIy-
YyeHHe BUAMMBIM cBeToM uiu mHppakpacubiM (UK)
H3JIyIeHHEM.

Meronsr Tepmorpaduu HeCTaIlMHOHAPHBIX TEM-
MepaTyPHBIX MMOJIEH, HHAYIIUPYEMbIX BHEIITHUMU KC-
TOYHHUKAMHY SHEPIHH U PErHCTPUPYEMbIX COBPEMEH-
HBIMH TEIJIOBU30PaMH, YYBCTBHTEJILHBIMU K COO-
creenHoMy HMEK-msnydenuio o0bekTa B ONMIKHEM U
CpemHeM IualasoHe JJIUH dJIeKTPOMATHUTHBIX BOJIH
(0,78 -3 u 3 - 50 MEM cooTBeTcTBeHHO [15]), mo3-
BOJIAIOT peliaTh MHOTHE 3aJaYl TeXHUIECKOTO KOH-
Tposisi u guarHocTuru [5 — 10]. OgHako B aHATUTH-
YEeCKMX W KOMITBIOTEPHBIX MOJENISIX HeoOX0IuMO
YUYHTBIBATH, YTO JI000H CHOCO0 TepMOrpaduIecKoro
KOHTPOJISI IMEeEeT CBOM 0COOEHHOCTH.

Ilens paborsr — paspaboTKa METOIOB U CPENCTB
obHapy:KeHus ae)eKTOB U HEOTHOPOMHOCTEH pas-
JIMYHBIX ()OPM ¥ MACIITA00B B METAINIMYECKUX U He-
MEeTANINIECKUX H3AENUIX, a TaKKe B MeTajlude-
CKMX 000JI0YKaX C HAPYKHBIM W BHYTPEHHUM 3a-
IIATHBIM WK TEILIOU30IUPYIOIIUM IIOKPBITHEM, OII-
peneneHne UxX reOMeTPUIECKUX PasMepoB U CKIIOH-
HOCTH K Pa3BUTHIO B YCIOBHUIX DKCILIyaTaAIlHH.

Hcnonp3oBasmn MeTonbl, OCHOBAHHbBIE HA PErH-
CTpaIli¥ HECTAI[MOHAPHBIX TEMIIEPATYPHBIX IOJIEH
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Puc. 2. Cxembl Harpesa: @ — OMHOPOAHBIM PACIIPEIEIEeHHBIM IIOTOKOM TOPSYEro BO3MyXa; 6, 6 — JIOKAIbHBIN (TOUEUHBIH) Ha-
IpeB, BKII0YAs MHUIIMUPOBAHHUE TPEIIUHBI YCTPOMCTBOM [JIS JIOKATHHOTO CHIIOBOTO HATPYKeHUA (MHIeHTHPOBAHMSA) Te(PeKTHOM
30HBI (I — CKBO3HOE HApYIIEHNE BHYTPEHHETO 3AIIUTHOTO TOJIMMEPHOTO0 MOKPHITHUS; 2 — JIOKAIbHOE TOJIMMEPHOe HACTOeHHE HA
BHYTPEHHEHN MOBEPXHOCTH 3aIUTHOTO TIOJIMMEPHOTO IOKPBITHS; 3 — OTCIOEHUE 3aIlIUTHOTO MTOIUMEPHOTO MOKPBITHS HA BHEIII-
Heli cTopoHe; 4 — 061acTh OHOPOAHOTO HATPEBA PACIIPEIeIEHHBIM IIOTOKOM rOPSIYero Bo3ayxa; 5, 6 — HeCKBO3HbIE TPEIUHbI HA
BHYTPEHHEH U HAPYKHOM CTOPOHAX; 7 — TPEIIUHA, CTUMYIUPYEMAas JIOKATbLHBIM CHJIOBBIM HATPY/KEHHUEM; () — TEIIOBOM IMOTOK;
¢ — TUIOTHOCTH BBEJEHHOTO IIOTOKA TEeILIa; W — IJIOTHOCTH MOTOKA Teruia B usnenun; Hot, Cool — 30HbI TIOBBIIIIEHHON U TIOHK-
SKEHHOH Temuepatyp BOnusu nedexrra; T, — Ty — u30TepMbl (ITOKa3aHbl KOHIIEHTPUIECKAMH OKPYKHOCTAMHY); P — nokanpHas

cuia)

Ha HAPYKHON ITOBEPXHOCTH H3HEIHS C IIOMOIIBIO
HK-BumeochemMkn c¢ 1ocienymoiiei 06paboTKOM
IU(MPOBBIX H300PAKEHUNH C IMPUMEHEHHUEM OPHUIH-
HAJIBHOTO MPOTPaMMHOTO obecmeueHus. Cxema us-
MEpUTEIBHOTO KOMILIEKCA IIpUBe/ieHa Ha puc. 1.

Harper kouTposupyemoro o0BeKTa oOCyIIe-
CTBIIJIM HECKOJIBKUMHU crocobamu (puc. 2): B Ciy-
yae OOIBIINX TOBEPXHOCTEH — KBa3HUCTAI[HOHAP-
HBIM OJHOPOIAHBIM BO3AyIIHBIM rmoToxoM (T, = 45 —
150 °C), B ciayuae Marbix — C)OKYCHPOBAHHBIM Jia-
3€PHBIM IIyYKOM KM TOYEYHBIM KOHTAKTOM C IIPeJ-
BApPUTEILHO HATPETHIM FOPSYUM TEJIOM.

[udposoe HK-uzobpakenue Hapy:KHOH II0-
BEPXHOCTH IIOJIyYaJd C TIOMOIIBI0 TEILIOBU30Pa
FLIR AS35sc, ob6aagaroriero HauOOIbIIeH YyBCTBH-
TEJILHOCTHIO B JAHMAIla30HE IJIHH BOJIH 7,5 — 13 MKM
(marpuria — 320 X 256 muKceneH, yrioBoe paspe-
menue (Instantaneous Field of View — IFOV) —
2,78 Mpan, mopor uyscrBuTenbHocTH — ~0,05°C
(B muamasone temieparyp ot —20 mo 550 °C), yacro-
Ta BBIBOJUMBIX M COXpaHgeMbIXx KampoB — 60 I'm).
Ina mogamienus nIymMOB B MaTpHIle Kamepsl (Ter-
JIOBU30pa) CUTHAJI C KaXKAOTO ITHKCENId YCPeIHAIN
110 HECKOJIBKUM cocemHuM KampaMm (ot 1 mo 60 B 3a-
BUCHMOCTH OT TEMIIA PAa30rpesa).

YcranoBka (cm. puc. 1) 1103BoJIAIA HOIYIATE KO-
JINYECTBEHHbIE JaHHbIE 0 qed)eKTaxX B U3JIeJIHHU, Pas-
IeNATH CTATHYECKHe HeoIlacHbIe Me()eKThl U CKIIOH-
HbIe K 9BOJIOIUNA JTUHAMUYIECKHE, IIPOBOIUPYA POCT
MOC/IEIHUX METOAO0M JIOKAJIHLHOIO CHJIOBOTO HArpy-
skeHnsa [16 — 21], oneHUBaTh CTEIIEHb OIIACHOCTH Je-
(hekToB 1A maJIbHEHIeH SKCILUIyaTallii U OCTATOY-
HBIH pecypc H3JeNus, a TAKKe ONpPeaeaTb TeILIO-
(pusuuecKre xapaKTepUCTHKYN MAaTEPHUATIOB.

Yr006b! UCKITIOUHUTD JTOKHBIE JIOKATbHBIE HEOIHO-
poxnmoctu B siproctu HK-uszobpaskenus, o6ycmos-
JIGHHbIE PA3JIUYUAMH B H3JIy4aTeIbHOH CII0COOHO-

CTH OTIEIbHBIX YIACTKOB KOHTPOIUPYEMOM ITOBEPX-
HOCTH, U3 CHUTHAjJa, I[OJIy4aeMOro C KaKJIOoTo
MIUKCesIss MaTPUIlbl B mporiecce Harpesa (77,), BbIU-
tanu curnain (1)) no mauana marpesa. Pazauiy Tem-
neparyp T = T), - Ty B nanbpHeiIeM aHaIn3upoBa-
Tn.

Pemtenns ypaBHeHus HeCTAI[MOHAPHOU TEILIO-
rnepemavy IS KAKIOTO THIIA 337a9d W KPaeBBIX
YCJIOBUH COTIOCTABJIAIHN C Pe3yJbTaTaMU 3KCIEPH-
MEHTa, UCIIOIL3YsI MeTO]| perpeccun [22].

Ha pwuc. 3 mpencraBnena BuzeorpaMMa KUHE-
THKH pPasorpeBa, IojydyaeMas TeIIOBU3HOHHOM
CHCTEeMOH.

TennoBasa medpeKTOCKOIAA
M KOHTPOJIb M3JeJHi C IIOMOIIbIO
001yBa IMOTOKOM rOpA9Yero BO3mayXa

Koutpons usgenuit 60abIiux pasmMepoB (Tpyo6o-
MIPOBOIOB, XUMHUYECKUX PEAKTOPOB, IIUCTEPH U p.)
Tpebyer creruduIecKux MeTO0B, KOTOPhIe MOIKHO
MPUMEHATh KaK B MOJIEBBIX, TAK U 3aBOJCKHUX YCJIO-
Buax. C mOMOIIbI0 TAKUX METORO0B 00HAPYKUBAIOT U
JIOKaTu3yoT n1ed)eKTHbIE 30HbBI, XapaKTepPUsyoT Je-
(hbeKThI KOMUYECTBEHHO, OMPENENAI0T CTEIEeHb WX
OTIACHOCTH 71 AaJIbHeHIel SKCIIyaTaluu, OlleHn-
BaIOT OCTATOYHBIN pecypc. Jpyrumu croBamwu, Ta-
KHe MeTO[Ibl MHOTO(YHKI[MOHAIBHBI U MYJIHTHMAC-
mrabusr [23, 24].

CranbHbIE COCYbI EMKOCTBIO 1 M3 ¢ TeIIon3071s-
[IUOHHBIM (HMJIM 3AIUTHBIM) CIIOEM HA HEIOCTYIIHOMH
IUIsT OTIITUYECKOTO KOHTPOJIS CTOPOHE O6AyBaiu ro-
paunM  Bo3myxom. Jlumammyeckoe HMK-usobpaske-
HUE PETUCTPUPOBAIIA BHICOKOPA3PEIIAIOIIMM TETLIO-
BH30POM.

WsnavanbHO COCyD ¥ HAXOAAIIAACI B HEM Boja
00 BO3IyX HAXOAWINCH B TEILIOBOM PABHOBECHH C
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Puc. 3. Bugeorpamma KuHeTHKY pa3orpeBa CTEHKHU CTAJIBHOIO cocyaa (Tomiuaa 1 MM) ¢ JTIOKaIU30BAHHBIM ITOJIUMEPHBIM JIeII0-
3UTOM B BHjle qucka (paguyc 8 u TommuHa 1 MM) HA BHYTPEHHEH ITOBEPXHOCTH IIOTOKOM TOPSYEro BO3ayxa (TOYKaMu ITOKA3aHbI
[IepBUYHbBIE SKCIIEPUMEHTAIbHBIE JIAHHBbIE C MATPHUIILI TEIIOBU30PA, OTHOCSIIHAECS K HM30TEPMeE C IEJIbIM YHCJIOM TPAyCOB
(%0,2 °C), muHUAME — CrIaKeHHbIE aNIPOKCUMAIUH, [I(PaMi — TeMIIepaTypsl JIOKAIHHOTO HATPEBa B JaHHBIA MOMEHT Bpe-

MEHU OTHOCHUTEJIBHO TEMIIEPATYPHI 0 Hadaia 001yBa)

OKpy:KaroIei cpenoil npu Temmeparype T, = 20 °C.
B HymeBoii MOMEHT BpeMEHH HApPYKHYIO CTOPOHY
CTEHKH COCy/la HAYMHAIN 00IyBaThb IMOTOKOM TOpS-
4ero Bosdyxa ¢ Temmeparypoit T, oTamdarnomieics
or T, na Bemuuuny AT, = T,- T, Hecraumonap-
HOe TeMIIepaTypHOe II0Jie C HapyKHOH CTOPOHBI 000-
JIOYKU PErUCTPUPOBAIN TEILIOBU3MOHHOU BHIEOKA-
MEpPOH.

Ha wnTepBanax BpeMeHH, CYIECTBEHHO IIpe-
BBIIAIIUX XapakTepHble uUHTepBaibl Pypbe
T; =8f /xi, rme O; ¥ y; — TOJIIMHA W TeMIIepaTy-
POIIPOBOHOCT i-TO CJI0S, HECTAI[MOHAPHYIO 3a71ady
Temsonepesadyu Yepes ABYCAOUHYIO CTEHKY MOIKHO
paccMOTpeTh B KBAa3UCTAIIMOHAPHOM TIPUOIHIKEHIH,
CUMTAS TEILUIOBOM IIOTOK BHYTPH KayKIOTO CIOS yCTa-
HOBHBIIIMIMCS, 8 3aBHCHMOCTb TEMIIEPATYPBI OT KO-
OpAuHATHI — JIUHEHHOU. TakKe mosaramiu, YTo Tem-
JIOBOE COIIPOTHBIIEHHE METaLINIeCKOTo cios §,,/A,,,
rae 6, U A,, — €ero TOJIIHHA U TEILIOIPOBOIHOCTD,
MHOTO MEHbIIIe TAKOBOTO Ha IPAHUIAX C BHEIIHUMU
cpemamu (o i’l), a temmepatypy 1" BHYTPH HETO MOK-

HO CYUTATH HE3aBHCUMOU OT KOOpAuHATBI BAOJIb HA-
MpaBJIeHUA TEILJIOBOTO IOTOKA. B sToMm mpubim:ixe-
HHWH ypaBHEHHe TeIIOBOro 0ajiaHca CHCTeMbI HMEeT
CIIeAYIONTUN BUT:

dT
o, AT, -T)-c,, —=
a a dt
dl(T +T,)/2]
=¢, — % o, T, =q,, 1)
dt I
rme d, U o, — K0I(P(PHUIMEHTH TEeII00TIAYN Ha

BHEIITHUX I'PAHUINAX [JII BO3AYyXa W BOJIBI COOTBET-
CTBEHHO; C,, U C, — TEIIOEMKOCTH JJII MeTaJIude-
CKOTO U TEeIJION30JIAIINOHHOTO clioeB; 1. — Temiepa-
Typa TeIJIOM30JIUPYIOLIero CI0d Ha IpaHHUlle C BO-
IOH; ¢, — TIJIOTHOCTH TEIIJIOBOTO IIOTOKA HA TPAHUILE
MEeTaJIIMIeCKOT0 ¥ TeIVION30JIUPYIOIIEro CI0eB.

IIpenebperass TemsaoM, IIOTJIOIIEHHBIM TEILIO-
W30JIMPYIOIIAM CJIOEM, W, CJIeI0BATEIbHO, N30aBiid-
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Puc. 4. TemneparypHble TpOUIN IS HAPY:KHOH MeTal-
JIMYECKOM ITOBEPXHOCTH C JIOKATHHBIM [TOJIUMEPHBIM TTOKPHI-
THeM (@) U OTCIIOEHHWEM 3aIlUTHOTO MOKPHITHS (6) (IyHKTH-
pOM TOKa3aHbI TUHEHHBIE PasMephl JedeKTa, Ha BpesKax —
CXEMBbI PAacCMaTPUBAEMBIX CIy4aeB, CTPEIKON — Halpabie-
HHUE ITOTOKA TEIJIOr0 BO31yXa)

JCh OT YJI€HA, MPOIOPIIMOHAIBHOTO C,, TPUHUMAS
AB(T-T,) = a,T, , nonyyaem:

O, +0, ¢ j AT, @)

T =Bexp| - = — |+ —,
1+Bi, ¢ 1+ (o, /0g)/(1+Bi,)

m
rae Bi, = a,6,/A, — uucao Buo mia rpaHUIlsI ¢ Bo-
moit; B — komcrauTa (MpM OTCYTCTBUM TEILJIOU30-
JIUPYIOIIEro ciiosi perneHue (2), COOTBETCTBYIOIIEe
Bi, = 0, ocraercs KOppeKTHBIM).

Boeigenunu Tpu xapaKTepHBIX WHTEPBAIA Bpe-
MEHH: T; — COOTBETCTBYET MPOXOKICHHUI0 TeIJIOBOM
BOJIHBI CKBO3b METALTMYECKYIO O00JIOYKYy BO BHY-
TPEeHHUU TEIIOU30JIUPYIOIINH CI0M B HOPMAaIHLHOM
HampaBieHuu, cocraBiageT ~0,1c Aaa craabHOMI
CTEHKH TOMIUHOH &, = 1 MM; Ty — OIpeaensercs
repepacipeielieNneM Telia B JIaTePaJbHOM Ha-
MpaBJIeHUH B MarTepHaje CTEHKH Ha Macmradax,
COITOCTABHUMBIX C XapaKTepHBIM JATePaTbHBIM pPas-
MepoM zaederTa 6, OTPAHHINBAET CBEPXy HHTEPBAI
BpeMEHHU MEXKAYy Ha4daJlOM TeIlJIOBOTO HMITyJbCa Hu
ONITUMATIBHBIM MOMEHTOM PETHCTPAINU pacipee-
JIEHUA TeMIIEePaTypPhI B ClIydae, eciiu TpedyioTcd JaH-
HbIEe He TOJBKO O HAJTUYNHU, HO U TeoMeTpun edek-
Ta; T3 — OOYCIIOBJIEHO pa3sMepoM 06JIaCTH ITOIBOIA
TeIria OT BHEIIHETO HarpeBaTe/ld; IIPXU BPpeMeHHU Ha-
rpeBa f; > Tz CYI[eCTBEHHYIO POJIb HAUMHAET UTPATh
JIaTePATBHBIN OTTOK TeIlIa U3 UCCIeLyeMoi 001acTu
B OKpYJKarolllhe XOJOHBIE CEKTOpa OGOJOYKH, YTO
HCKa)KaeT TEeIJIOBYIO KAPTUHY, CHUIKAET 3(PPEeKTUB-
HOCTh HArpeBa M BJleYeT 3a COOON HEeoOXOTHUMOCTH
HCIIOJIb30BaHUA 60Jiee MOIIHBIX UCTOYHHUKOB SHEP-
ruu. [IpumenuTenbHo K cTanmbHOE 000JIOYKE Ty CO-
craBisier ~100 u ~1000 ¢ mma obmacTei OmHOPO-
Horo HarpeBa paguycamu 30 u 100 mm.

IIpu Tekymiem BpemeHu {, IMPEBBIMIAIOIIEM T
B HECKOJIBKO pas, IPOCTPAHCTBEHHOE paspelieHue
n3obpaskeHus gederra HA TepMOrpaMMe CTAHOBHT-
CAd CPaBHUMBIM C TOJIIWHOM METAJLITMYECKOU CTEH-
ku. B nanbHeiimem aprocTb M300pasKEHUS pacTer,
ACHMITOTHYECKH HPUOIMKAACh K HEKOTOPOMY IIpe-

%)20' dnﬁ%d)
5_:15_&5@%55’
10 £ 3
5 |
0 e ; ; ; ; . 6.
0 10 20 30 40 50 60f%cC

Puc. 5. Bpemennsie 3aBUCHMOCTH TeMIepaTypbl HarpeBa
HapY’KHOH IOBEPXHOCTH METAINIECKOH 000I04Kku: @ — 6e3
nedexros (1) ¥ ¢ JIOKAIBHBIM MIOJMMEPHBIM Jero3uToM (2);
6 — C OJHOPOLHBIM IIOJHUMEPHBIM 3aLIUTHBIM ciroeM (3) u
C OTCJIOEHHEM 3aIUTHOTO IIOJTUMEPHOTO ITOKPHITUA (4)

Ilesly, 3aBHUCSIIEMY OT pasMepa mederra (BpeMms Ty),
a KoHTpacTHOCTh nagaer. [lpu npubamkeHuu ¢ K Ty
TeII0Basd KApTHHA HAYWHAET JOMOJTHUTEIHLHO UCKAa-
JKaTbCA M3-3a JIATEPATILHOTO OTBOAA Teruia u3 000-
rpeBaeMoii 06IacTH.

Konmpoav napyscroti nogepxrocmu 060404KuU.
HccnemoBanu cranbHyoo miacTuHy (060J0YKY) TOJI-
IAHOHN 2 MM, JOKAJIbHO JAMUHHUPOBAHHYIO IIOJIHUBH-
HUJIXJIOPUIHON IIJIEHKOH ToiIuHoM 50 MEM M pas-
mepom 1 X 1,5 mm. Tak Kak Temmo- U TeMIepaTypo-
MPOBOMHOCTD  JII0O0OTO  IIOJIMMEPHOTO  ITOKPBITHUS
(mnenka, kpacka) Ha 1,5 — 2 mopsaka MeHbIe, YeM
MEeTaIINIECKOH CTEeHKH, IIOKPBITHE CO3[]aeT CYIIeCT-
BEHHOE TEILIOBOE COMPOTHBIEHNE HOPMAILHOMY II0-
TOKy TeIuia. JlarepanbHbIM OTOKOM TeIlIa B ILIEH-
Ke B IaHHOM CJIydae MOKHO npenebpeus. [logBox Te-
T OCYIIECTBIISIN TIOTOKOM TEILJIOTO BO3Iayxa (Tem-
neparypa T, = 45 °C).

Ha pwuc. 4, a nokasan mnpouiab TeMmIiepaTrypbl
BIIOJIb KOPOTKOM OCH JIETIO3UTA TI0CIe HATPEBAHUS B
teuenre 10 c. Bugmo, uTo ckauyk006pas3HbIH Iepexo
OT «XOJIOMHON» K «TOpsS4Yeii» 06JIACTH Ha TEILIOBOM
n3obpaskeHnn 3aHuMaer 2 -3 mnuKceas (OKOJIO
100 MEM, Kakmas TOYKA HA rpadHKe COOTBETCTBYET
oxzomy nukcenio Ha UK-u3obpaskennn).
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Puc. 6. Bpemennble 3aBHCHMOCTH TeMIEpaTypbl Harpesa
HAPYKHOU CTOPOHBI METAJINYECKOH CTeHKH (IIOKasaHbI
KPy’KKaMM) ¥ WX aNlpPOKCHMAIUH 3KCIOHEHIHATbHBIMHI
dyuriuamMu (CIUIOIIHBIE JUHWKM) TPH TOJIIWHAX TEIIO-
M30JIAIIHOHHOTO c1od §, Ha BHyTpeHHeH cropone 0 (1), 60 (2),
120 (3), 240 (4) u 480 mrm (5) (Ha Bpeske MMOKa3aHa cxema
paccMaTpHBaeMoro ciiydasi, CTPeJIKON — HalpaBIeHHe I0TO-
Ka TEeIUIOro BO3/LyXa)

Orcmoene 3aUTHOTO TOJIUMEPHOTO TOKPBITHA
Ha HAPYKHOH cTOpoHEe 0060704Ku (cM. puc. 4, 6) co-
37aeT AOIOJHUTEIbHOE TEIUIOBOE COIPOTHUBIECHUE
TIOTOKY TeILJa BCIIeCTBUE 00pa30BaHUs TOHKOH BO3-
IYITHOM IIPOCIOUKH, B KOTOPOM KOHBEKTHUBHBIH TeIl-
jornepeHoc He 3(PQEKTUBEH, a TEILIOIPOBOIHOCTH
BO3yXa KaKk MHHUMYM Ha IIOPSATOK MEHBIIE, YeM Y
IIOKPBITHUA.

JlokanbHOe oTcmoenue (paguyc 2 MM) Co3TaBaIn
MeTOIOM HMHAEHTHPOBaHua mieHku [16 — 19], nane-
CEeHHOU HA MeTAJIMYEecKyo momioxKy. Harpes ocy-
IIECTBJISJIA IIOTOKOM TEIUIOr0 BO3AyXa TeMIIepary-
poit T, = 65 °C. BemencrBue mepeMeHHOHN TOIIHHBI
BOBAYIITHONM TPOCIOMKH, IIJIABHO CXOIAIIEN K HYJIO
Ha mepudepuu aedeKrra, YeTKHe TPaHUuIbl 00beKTa
OTCYTCTBYIOT, YTO IIOBJIHSI0 HA paclpeneaeHue
TeMIepaTyphl Iocie HarpeBauusa B TeueHue 10 c.

Kuneruka m0KanbHOTO HarpeBa HAPY:KHOH IIO-
BEPXHOCTH O0OJIOYKH I PA3IMYHBIX CIydaeB pac-
MOJIOKEHMS JedeKTa ImoKasaHa Ha pwuc. 5. Bummo,
YTO OITHUMAILHOE BpeMs HarpeBa [IJid BbIABJIEHH
nederToB cocrasisger 2 — 3 ¢ (IpU TAKOH IIPOIOJI-
SKATEILHOCTH TEIIOBOM KOHTPACT B 06j1acth medex-
Ta MOCTUraeT BEIWYUHBI, HOCTATOYHOM /IS KOJIH-
YeCTBEHHOro amayusa). lIpm MeHbIlleM BpeMeHH
JIOKAJILHBIN HarpeB ITOBEPXHOCTH HEOCTATOYEH IJIS
YBEPEHHOH pEerucTpamuu TeILUIOBU30POM, a IIpH
00JIbIIIEM — ME/IJIEHHBINA POCT HArpeBa CyIIeCTBEH-
HO He BIIMSET Ha BBIABISEMOCTH JedeKTa, HO CHH-
JKaeT IPOU3BOAUTENIHLHOCTD KOHTPOJIA.

Kornmponav enymperneii nosepxrocmu 06010%-
ku. HcememoBanu aMUHHUPOBAHHYIO TEILIOW30JIA-
[IHOHHBIM IIOJMMEPHBIM ITOKPBITHEM BHYTPEHHIOO
IIOBEPXHOCTh METAJJINIEeCKOM €eMKOCTH C BOMIOH
(o6bem 100 1) U3 yIriepoguCTOM KOHCTPYKITHOHHOM
cramu TosuHou §,, = 1 mm. Harpes ocyrectsisin

KBa3WCTAIMOHAPHBIM OAHOPOAHBIM BO3JYIIHBIM II0-
TOKOM.

Ha puc. 6 noxaszana KuHETHKa pocra TeMmIiepa-
TypbI BHEIIIHEH CTOPOHBI eMKOCTH, 00yBaeMO# BO3-
nyxom temmeparypoit T, = 150 °C, npu pasHoi ToJ-
I[AHE TEILIOU30ISAIMOHHOTO €105 J,. .

IKCIIepUMEHTATbHBIE 3aBUCAMOCTH ATIPOKCHU-
mupoBaiau QyHrmuamu Buga 1 = A — Bexp(=Dt).
W3 (2) cnemyer

AT,

a

A- ,
1+(a,/0,)/(1+Bi,)

D = [a, + a,/(1 + Bi)ll,,

Xoporitee  COBIAMeHHE  HKCIEPHMEHTATHHBIX
MAHHBIX C PE3yAbTaTaMH AMIPOKCHMAIAN TT03BOJI-
eT IpHu H3BECTHBIX IapaMeTpax II0TOKA BO3AyXxa
(T,, a,) u TemIopU3NIECKHNX XapaKTePHUCTUKAX Ma-
TEePUAJIOB U3 KUHETHKHU HArpeBa HAPYKHOHU IMOBepX-
HOCTM HAXOJUTHb B3HAYEHHUS TOJIUHBI METAJIH-
YEeCKOTO ¥ HEeMeTAIINYEeCKOTO CI0eB CTeHKH. Tak,
MUHHUMAJIBHO OIpefessieMas TONIIUHA IU3JIEeKTPH-
YeCKOTO BHYTPEHHEro cjIof (MIH ee BapHWAaIlUM) CO-
crasuia 30 — 50 MEMm.

B cnyuae mnpenebpe:xuMo Mayiof TeIIONPO-
BOJHOCTH TOKPBITHSA ¢ Aed)eKTOM B BHAE JUCKA Pa-
nuycoMm Oy > 6,, ¥ TIOCTOAHHOU TEMIIEPaTypPhI JKULI-
KOCTH, KOHTAKTHUPYIOIIEH CO CTEHKON €MKOCTH, TEM-
IepaTypHBIA KOHTPACT H300paKeHWs MOKHO OIle-
HUTh B HPUOIMIKEHUHM OJHOMEPHOHW 3amaum [26]).
IIpu ¢ > tv; rTemmeparypa WK-uszobpaskenus 6es-
nmedeKTHOH 00JIaCTH JTWMHEHHO PacTeT CO BpeMeHeM
II0 3aKOHY:

T, ~ Ty(Fo + 1/3),

rne Ty = ¢6,,/\,,; Fo =y ,,t /82, = t/v; — uncno Py-
pbe; X,, — TeMIepaTypOIpOBOAHOCTL MeTaJLTHIe-
CKOTO CJI0ST; ¢ — IUIOTHOCT TI0JIBOZIUMOTO TEILJIOBOTO
HIOTOKA.

Il MakCUMATBHOH TeMIIepaTyphl B IIeHTpe Je-
derra umeem:

T, =~ q/a,[1 — exp(-Bi,,Fo)],

roe Bi,, = a,8,,/A,, — uucno buo; a,, — Kosdppuriu-
€HT TeILTOOTAAuM Ha TPAHUIE CTEHKa — BOJA.

Hna t; <t < 1,/Bi,, pasnocts Temneparyp T =
=T,-T,~qa,d2 | 212 Fo? = T,Bi,,Fo?/2.

IIpu mpubamkenuu ¢ K T, TEIDIOBOE H300paike-
HHYe HavYuHaeT pasMbIBaTbCA. Hﬂﬂ OII€EHKHU KHHEeTH-
KH IIpoIlecca UCIIOIb30BaIK PellleHne 3a1a4du o Oec-
KOHEYHOM ITruHape [26], Ha obpasyroiieii KoTopo-
ro IPOMCXOAUT TEILIOOOMEH €O CPemoi, MMEeIIeH
TeMIIepaTypy, THHEHHO PACTYIIYIO0 BO BpeMeHH. [l
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Puc. 7. Temneparypusbie mpoduin it BHyTPEHHEH HOBEp-
XHOCTH CTAJIBHOM OGOJOYKHM CO CKBO3HBIM HAPYIIEHHEM 3a-
IITUTHOTO TIOJIMMEPHOTO TOKPBITHS (@), ¢ HEIIOIHBIM HapyIIIe-
HUEeM (JACTHYHBLIM IIOBPEKICHHUEM) 3AIUTHOTO TOKPBITHS
(6), ¢ HapylIeHueM BHYTPEHHEH MMOBEPXHOCTH B BH/IE HACIIOE-
HUS TTOTUMEPHOTO MOKPBITUS TOMIUHON 1 MM (8), ¢ JIOKaIb-
HBIM ITOJIUMEPHBIM HACTOCHUEM TOJIIIMHON 2 MM HA BHYTPEH-
Hel TOBEPXHOCTH 3AIUTHOTO MOKPBITHA (2) (IyHKTHPOM I10-
KasaHbl JUHEHHbIE pasMepbl ned)eKTa, Ha BPesKax — CXeMbl
paccMaTpUBAaEMbIX CIIyYaeB, CTPeNKa — HAIpaBJIeHHe MOTO-
Ka TeIIOr0 BO3/IyXa)

t > 14/20 perreHue Ha OCH IHJIUHAPA C TOYHOCTHIO
syare 1 % MOKHO YIIPOCTUTD IO

Ty~ k82 /7, - 0,75[1 - exp(-1,58Fo,,)],  (3)

rme & — CKOpOCTh M3MEHEHWs TeMIIepaTyphl Cpe-
IbL, a

Foy = ot | 8% = t/T,. (4)

Henuneiinpiii poct 3(QEKTHBHON pPa3HOCTH
TeMIIepaTyp yIYUTHIBAIH YMHOMKEHUEM pernenus (3),
MIOJIyYEHHOTO B OJHOMEPHOM MPUOIMKEHWH, Ha
T /kt. HecmoTps Ha TO YTO Takas OIleHKa — BechMa
rpy6oe mupubnmxenwue, niaa Fo,, < 1-2 ona maer
XOpOIIIee COBIIa/IEHUE C DKCIIEPUMEHTATbHBIMU J[aH-
HBIMH.

Ha pwuc. 7 npuBenens! TeMueparypHble IpoQu-
JU SIS WCCIEefyeMbIX THUIIOB Me(EeKTOB 3aI[UTHOTO
TIOJTUMEPHOTO TIOKPHITHA HA BHYTPEHHEH IMOBEPXHO-
ctu (paguyc 8; = 8 MM) Tpu HarpeBe MeTayLTAYe-
CKOIt 000109KH BosayIuabiM moTokoM (1), = 150 °C).

Hab6nromaemyro muprHy pasMbITAS TPAHUI] H30-
Opaskenus medeKTa B 3aBUCUMOCTH OT BPEMEHH OI1e-
uuBanmu 1o BeawunHe grad(7), mogayueHHOro C ¥C-
II0JIb30BAHUEM JIMHEMHOU perpeccruu 3KCIIepUMeH-
TATbHBIX MAHHBIX BOJTHU3U IPOEKI[HU TPAHUIIBI [e-
(hekTa Ha BHEIITHIOIO CTOPOHY.

Ha pwuc. 8 mpezncraBienbl BpeMeHHbIE 3aBHUCH-
MOCTH PasHOCTH TEMIIEpATyp B LEHTpe Jederra u

|
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Puc. 8. Bpemennsie 3asucumoctu T; (1,2) u grad(T) (4, 5)
npu paguycax gedexra 3 u 8 MM COOTBETCTBEHHO; 3 — Teope-
THYECKasd KpUBadg B COOTBETCTBHUU C MaTeMaTHYECKOH Moje-
JIbI0, YYUTBIBAIOIIEN HeIWHeUHBIH poct T; (onTuManbHas
JUTUTEILHOCTh HarpeBa — HHTEPBAJ MEKIY IIyHKTHPHBIMH
JIUHUAMU)

Ha 6eckomeunoctu T; u grad(T). Bugso, uro Haun-
Hafg C HEKOTOPOTO BpeMeHH (mopdaaka Ty), 1y u
grad(T) pacTyT npakTHYECKH CHHXPOHHO.

s onTuMHu3auy TPOU3BOAUTEIHHOCTHA U Uy B-
CTBUTENHHOCTH TIPEJIaraeMoro MeToIa Mpu BbIGOpe
IUIATEIHFHOCTH PETUCTPAIlNH ClIeyeT MIPUHUMATD BO
BHMMAaHUe cienyomiee. Hecmorps Ha o0miuii poct
TeMIepaTypbl BO Bcell HArpeBaeMoi 00JacTH CKO-
pocth usmenenus T ; yMeHbIIIAeTCS C TeIeHUeM Bpe-
Menu. C HEKOTOPOTO MOMEHTA IIUPHHA TPAHHUIIBI,
BBIpaJKeHHAA B a0COTIOTHBIX 3HAYeHUAxX 1, Mpax-
THYECKH IIEePECTaeT 3aBHUCETh OT BPEMEHH, a HOPMH-
pOBaHHAA HA MAKCHMAJBHYIO TEMIIEPATYPY B IIOJIE
3peHus TeIIOBH30pa — Jaie HAYMHAeT IaaaTh.
YuuThiBasg, YTO yBeIWYEeHUE BpeMeHU Harpesa Tpe-
OyeT MOMOTHUTEIbHON DHEPTUH U BPEMEHH, CIEYeT
BBIOMpATh MHHHMAIBLHO HEOOXOOUMYI JINTEb-
HOCTBb U3MEPEHHUH t,,, KOTOpaA ONpPeeIAeTC Kelae-
MBIM YPOBHEM HAJEKHOCTH OOHApysKeHUs Jedexrra
u peanbHbIM ypoBHeM Quykryaruit UK-uzobpaxe-
HUS, 3aBUCAIIAM OT IIIyMa CaMO# KaMepbl, BpeMeH-
HOU W IPOCTPAHCTBEHHON HEOJHOPOTHOCTH BHeEII-
HETO TEIIOBOTO IIOTOKA, HEOMHOPOJHOCTH H3JIyda-
TEJbHBIX CBONCTB IOBEPXHOCTH, AJITOPUTMOB yCpe-
HEHWS ¥ (PUIbTPAINY JAHHBIX U APYTUX (PAKTOPOB.
IlockonbKy TipM IIUTENBHOCTH, COOTBETCTBYIOIIEH
Fo,, > 1, T; cunbHO 3aBUCHUT OT pa3Mmepa aedexra u
c1ab0 — OT BpPEMEHH, TeIJIOBbIE XapaKTePHCTUKU
CHCTEMBI OIpPENENAI0T MHUHUMAIBHBIA pasMep IIo-
TEHIIMAJIbHO BbIABISeMbIX nederroB. Heobxommmoe
IJI DTOr0 BpeMsa MOKHO oneHuTh u3 Bi - Fo (B Ha-
meM ciydae ~2 — 3 c).

IIpumenumocTh MeTOma JHUMUTHPYET YHCIIO
Bi, = a,8,/A, (8, u A, — ToNIMHA ¥ TEILIOMPOBO/I-
HOCTh TEILIOM3OJISAIMOHHOTO CJI0s), BRIIIOYAIOIIee
rmapaMeTphl OKPBITHSA W TPAHUIIHI pasjiesia CTeHKH
¢ Bosayxom. Ilpu Bi, > 1 sdpderruBrnocrs Meroma
CHI:KAeTCsI IPOIOPITMOHAIbHO unciay bmo. B atom
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T, °C

Puc. 9. PagnanbHoe pacnpenenenue temmeparypel I, B
6esnedexTHOM obacTu yepes 10 (1), 30 (2) u 60 ¢ (3) mocie
Hava/a HAarpesa

Y

Puc. 10. Kaptuna TemmoBoro moas B OKPECTHOCTH JIOKAIb-
HOTO HArpeBa CTAIbHOM 000IOYKK C BHYTPEHHEH HEeCKBO3-
HO¥ IOIepevHOH TPeIuHoH (@) ¥ B yBeIUIeHHOM MaciuTabe
(6) (I — rpemruna; 2,3 — T = 15 u 20 °C)

caydae MOJKHO WCIOJNB30BATh TOPAYHH KHUIKHN
TEILIOHOCUTENIb U 00yB BO3IyXOM KOMHATHOH TEM-
reparypsbl.

Kourpoas mamenuia
C IOMOIIBI0 TOYEYHOTO0 HArpesa

Hcnonp3oBann KOMOBIOTEPHBIM aHANN3 HECTa-
IIMOHAPHON TeNJOBOM KapTWHBI, CO3JaBaeMOM
BHEIIIHUM TOYeYHBIM (muamerp 1— 3 MM) MCTOYHH-
kKoM sHepruu. CpeficTBOM JOKATBLHOTO HATPeBa MO-
sKeT ObITh: CIOKYCHPOBAHHBIN JIa3€PHBIA IIYUOK,
KOHTAKT C MPeIBAPUTEIHLHO PA30TPETHIM 3a0CTPEH-
HBIM METAJUIMYEeCKUM CTEPKHEM, «TOUeYHbIH» KOH-
TAKTHBIM SJIEKTPUYECKUH WM BUXPETOKOBBIM HcC-
TOYHHUK [PKOyJeBa Teruia (B 3JIEKTPOIPOBOIAIINX
usnenusx). Takoi HCTOYHUK Telia cosnaer B Gesje-
(beKTHOM KOHTPOIUPYEMOM H3AETUN PaAHAIBHO
CHMMETPHYHYIO TEIUIOBYIO BOJHY, PETUCTPUPYEMYIO
TEIJIOBH30POM.

[Tonoxenne KOHIIEHTPUIECKUX KPYTOBBIX H30-
TepM BO BPEMEHH C BBICOKOH TOYHOCTHIO MOIKHO
YCTAHOBUTh IIyTeM YCPeIHEHUA WH(POPMAIUU C
GOJIBIIIOTO YHC/Ia TMHUKCEIeH MATPUIIHI TEIJI0BU30pa,
JIEKAIUX HA OJHOM W TOM K€ PACCTOAHUU OT IIeH-
Tpa u3obpaxkenus maTHA Harpesa. Hamwuaue nedex-
TOB HPHBOIUT K OTKJIOHEHHI0 (POPMBI M30TEPM OT

-45 -35 25 -15 -5 5 15 25 35

V', MM
Puc. 11. Temneparypubie Ipouin BIoab ocei x', x” (a) u
y' (6) mocie pasorpeBa JIOKaIbHBIM HCTOYHUKOM TeILIa Me-
TAIIUYECKOX O00OJOYKHM C HECKBOZHOM TPEL[HHON Ha BHY-
TpeHHe# cropone (I, 2 — mepex u 1ocie TpeumuHst; 3, 4 —
TIOJIOMKEHUS TPELIUHEI U IATHA JIOKATHHOTO HAarpesa)

OKPYIKHOCTEH, YTO W SABIAETCA IUATHOCTHYECKUM
MIPU3HAKOM.

HccnemoBanu MeTa/NIMYECKyI0 €MKOCTh (00beM
1 M%) u3 manmoyriepogucTol KOHCTPYKIIMOHHOM CTa-
au Cr3 rommmuuoit 3 mm. Harpes cospaBanu nase-
pom morrraocThio 10 Br (mmuua Boausr 450 HM) ¢ pe-
IyJIUPYEMO# JIATENHHOCTHIO0 UMILYIbCA UJTH TOCPEe]I-
CTBOM KOHTAKTA C IIPEeIBAPUTEILHO Pa30rPeThIM
(mo 150 °C) 3aocTpeHHBIM MEIHBIM CTEPKHEM. ¥ CTa-
HOBHWJIK, YTO B OTHOPOJHOM MaTepHuajie U MHOIO-
ciotiHOM Oe3med)eKTHOM 000J0YKe HM30TepPMbI [ei-
CTBHUTEJIBbHO MOTYT 6I:ITI: C BBICOKOH TOYHOCTBLIO
ANIPOKCHMHUPOBAHBI  KOHI[EHTPUYECKUMU OKPYIK-
HOCTIMMA.

PaguanbHoe pacmpenenenne temmeparypbl 1'g
B Oesmed)eKTHOH 00JIaCcTH IIPEICTABIEHO Ha PHC. 9
(R — paccrosHwue 0 TOYKH Harpesa).

ITpu manuuwmu ned)eKTOB B MX OKPECTHOCTH Ha-
OII0MAIOTCS UCKAKEHNS KOHIIEHTPUYECKHUX U30TEPM.
Ha puc. 10 moxazana MrHOBEHHAs KapTHUHA U30TEPM
B obyiacTH, cojep:Kaledl HeCKBO3HYIO IOIEePeYHYI0
Tpemuny AUHON L = 15 MM Ha ThUIBHOH (IT0 OTHO-
IIIEHUI0 K PACIIONOKEHUI0 TEIIOBU30pa) IIOBEPXHO-
CTH CTEHKH. BHIHO, YTO KOHIIEHTPUYECKHE HU30TEp-
mbl umeroT usrub Hapy:xy (T = 20 °C) u K ueHTtpy
(T = 15 °C), yTo 00yCIOBIEHO BIUAHUEM TPEIIUHEI,
KOTOpAas BHOCHUT JOTOJIHUTEIHLHOE TEPMHUUECKOE CO-
MPOTHBJIEHNE PACIIPOCTPAHEHUIO Teria (OMMKHAHA K
HMCTOYHUKY TeIlJIa Kpai TPeIuHbl IprodpeTaeT He-
CKOJIBKO OOJIBIIYI0 TEMIIEpPaTypy OTHOCHUTEIBHO 6e3-



«3aBoackasd maboparopusa. [[marnocruka marepuanaos». 2018. Tom 84. Ne 6 31

nedeKTHOH 0061aCTH HA TOM K€ PACCTOSHHHU OT HC-
TOYHHUKA, & JAITbHUH — MEHBIIIYIO).

Brrauranue ycpegHEeHHOI 0 YIIIy (p TEMIIEPATY-
pot Tz, coorBeTcTByMOIIEH 6Ge3med)eKTHOM 0671acTH,
13 MaTpuIsl AedeKTHOTo ydacTka 1 naeT BO3MOK-
HOCTH OOHAPYKMBATH BapHWAIlUd TEMIIEPATYPHOTO
nosist AT ; ropasio MeHbIHX 1e)eKTOB, YeM IIPH BH-
3yanbHOU wmHcIekmuu. Ha pwme. 11 1moxasambl
pacrpesienieHuss JIOKANbHOH audpdepeHInaIbHON
temmeparypbl HarpeBa AT, o0ycioBieHHOW Ha-
auyueM nedpeKTa — HECKBO3HOM TPEIUHBI ITHHON
L =15MM Ha TBUIBHOH TOBEPXHOCTH CTEHKH,
B JIByX B3aWMHO IEPIEHIUKYIAPHBIX HAIIPABICHU-
ax (cM. Bpesky, puc. 11, a).

Maxkcumanpubiii nmepenan temnepatyp AT
MeIy Haubojee ¥ HaMMeHee HArpeTbIMu 00aacTs-
MU B 30He 3aJIeraHufd TPEIIUHbI 3aBUCUT OT ee [JIu-
HbI, OTHOCHUTEIbHOH TIyOWHBI (II0 OTHOIIEHHUIO K
TOJIII[MHE CTEHKH), & TaKKe YIjia () MEKIy ee JJINH-
HOH OCBhI0 ¥ HAIPABIEHWEM HA TOUEYHbIH UCTOUHHUK
Temaa W paccroduus 1m0 Hero R (puc. 12). B mawu-
6ostee GaaronpuATHbIX yeaoBusax (AT, .. B 30He pac-
MOJIOKEHUS Jed)eKTa B TPU pasa MPEBBIIIAeT IIyM)
HCIIOIb3YEMbIH METOJ T03BOJIIET OOHAPYKUBATH U
XapaKTepPU30BaTh TPEIIUHbI AIUHOH opAaKa 1 MM.

Ecnu marpeBaTenbHbIN CTEPKEHb CHAOIUTD OCT-
PhIM HAaKOHEYHUKOM (HAIpUMep, aJIMasHbIM HHIEH-
TOPOM) B MeXaHWJIeCKHM mpusogoM [16, 17, 20], To ¢
HX TIOMOIIBI0 MOKHO JIOKQJIBHO HArpy:kKaTh AedeKT-
HYT0 00J1aCTh ¥ CTUMYJIHPOBATH PA3BUTHE TPEIIUHEI,
(urcupys pocT ee MJIWHBI WK TIyOHHBI II0 YBEIIH-
YEeHHUI0 MaKCHMAaIbHOTO IIeperaja TeMIeparyp B ee
OKPECTHOCTH IIPH MOBTOPHOM TEIIJIOBOM KOHTPOJIE.
IIpu stom cuna B, HeobxoguMmas A IPOBOIIIPOBA-
HUA pocra AedeKTa, — Mepa ONAaCHOCTH paspylie-
HUSA U OCTATOYHOTO pecypca KOHCTPYKITUH.

ITomumo KOHTPOSA KedheKTHOCTH ONPEReNIanu u
Temno(u3nIecKue xapakTepucTuku obbekra. CKo-
POCTb PACIPOCTPAHEHUS TEILIOBOM BOJHBI OT TOYKH
HarpeBa (B IpeHeOpesKeHUN TeIJI000MEHOM C OKpY-
JKAOIEH Cpeiol, YTO OMpaBAAHO MPU JOCTATOYHO
OUHAMHYHOM HATpeBe) 3aBUCHT TOJIBKO OT K03ddu-
[HEeHTa TEMIIEPATyPOIPOBOJHOCTH MaTepHasia CTeH-
ku y (wru adpdpexTrBHOrO KoadpduIienTa Temiepa-
TYPOIPOBOAHOCTH KOMIIO3UTA).

3aBUCUMOCTh TeMIepatypbl 1' oT BpemeHH ¢ U
paccroanua R mpu HarpeBe IIACTUHBI TOJIITHHOMN
8, 3alaHHBIM TEILIOBBIM IIOTOKOM (), pacmpocrpa-
HAIUMCA U3 IATHA panuyca R, Ha 6eCKOHEYHOCTD
[26], MOKHO OIIEHHTH KaK

R2
Q@ At o o , (5)
4n)s,, yR? xt

roe Y ~ 0,5772 — mocrosuuas Jitnepa; O(Rg/xt) —
VUMTBHIBAET KOHEUYHBIM pasMep MATHA Harpesa (mpu
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Puc. 12. 3asucumocts AT, (Hapy:xHAA CTOPOHA METAJLIN-

YECKOU CTeHKH) B OKPECTHOCTH TPELIVHBI OT YIIa @ MEMKILY
HalpaBJIeHueM [JJIMHHOM OCH JedeKTa U paguyCc-BeKTOPOM,
[IPOBEIEHHBIM K €ro IeHTPY OT MATHA JOKAJIHHOTO Harpesa
(@), u R (6) (I — TpemuHa; 2 — OSATHO JIOKAJBHOTO HarpeBa)

JI0OCTATOYHO OOJIBIIIOM ¢ BTOPHIM UIEHOM YPABHEHUS
MOZKHO IIpeHeOpeys).

Pukcupya TeMmIleparypy B HEKOTOPOH 3apaHee
BeIOpanuoil (pedepenruoitr) Tourke T(Rq, t;) u or-
HOIIIEHHWE TeMIIepaTyp B HeHd H HCKOMOM TO4YKe
Ty (R, ty), momerasisas B = To(Rs, to)/T(R4, t1) B (5)
TIOJIy4aeM

Ayt Ayt
Bln U N PN 2
YR? YR2
Orkynma

1
| RZ(R2YT|P
X—L J . (6)
4] t, | t;

Takum 00pasoM, aJITOPUTM OIIPENeIeHUd ) Clie-
Oyomuii: 1) 1j1a HeCKOJAbKHX { OT Hadaia Harpesa

Koaddunmenr remmeparypompoBoguocTa ), Mm2/c (pede-
pentHas touka: R, = 7wmm, ¢, = 60 ¢, T; = 33,57 °C)

Temmeparypa Bpewmsa o Hauyana Harpesa o, C
Ty °C 10 20 30
14 13,06 12,84 12,62
16 12,73 12,57 12,22
18 12,59 12,50 12,09
20 12,58 12,65 12,14
22 12,30 12,88 12,29
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oIpejiesisieM IEHTP 0CECHMMETPUYHOTO pacipegese-
HUSA TEMIIEPATYP, YCPEIHAEM TeMIepaTypbl 0 YTy
¢ u crpouMm 3aBucuMocTh 1 oT paccrosaus R 1o
IIeHTpa [ KayKJ0T0 BHIODAHHOTO 3HAYeHUs ¢ (BO3-
MOKHO, C HPEeABAPUTEIbHBIM yCPEeIHEHUEM He-
CKOJIBKUX Ka/poB); 2) pepepeHTHYI0 TOYKY BBIOHpa-
eM mpu MakcuMasbHOM ¢ (Hampumep, ¢ = 60c) u
paccrosHuu 6GOJbIIEM paaMyca IATHA HATPEBa;
3) BuIOMpaeM 3HAYEHWE OTHOIIEHHUSI HUCKOMOH 1y u
pedepentroit T (omtumansuo [~ 0,5); 4) mpu He-
KOTOPOM 3aJaHHOM f, HAXOAUM paccrosuue R, 1o
Touku ¢ Temreparypoii Ty; 5) mo dopmyne (6) BbI-
YUCITIAEM .

B rabnuie mpuBemeHBI paccUMTAHHBIE 3HAYE-
HHUA KO3((HUIIHEeHTa TEeMIIepaTypOIPOBOJHOCTH X
IJIS ciiydas MMILYJIbCHOTO TOYEYHOTO HarpeBa. Bus-
HO, 4TO )y c1a60 3aBUCUT OT 3aMaHHbIX {, u Ry Cpesn-
Hee 3HadeHHe X, = 12,54 + 0,27 mm?/c coBmamaer
¢ TAONMWYHBIMU JTAHHBIMHA I MaJOyTJIEPOJHCTHIX
crameil (cpemHEKBAIpPATUIHOE OTKJIOHEHWE COCTaB-
nset Bcero 2 %). BaprupoBanue Benuuunbl 1 B He-
KOTOPBIX PasyMHBIX Ipeesax TakKe MPaKTHIYeCKH
He BIWUSIET Ha Pe3yabTar. ¥ UUThIBad, YTO A = YPC,,,
a IUIOTHOCTb P M yJelIbHAas TeIJIOEMKOCTH C,, MaTe-
puana OOBIYHO M3BECTHBI, 3HAHUE ) /JaeT BO3MOK-
HOCTh ompenenutb A. Tak, mua cramum Cr3 (p =
= 7870 kr/m?, c,, = 0,486 x/l:x/kr - K) mpu y,, =
= 12,54 mm?/c 3HaueHue A = 48 Bt/(m - °C) (coBna-
JaeT ¢ TaGIUIHBIM).

Takum 00pasoM, TIpemIOKEeHHbIE METOABI T03-
BOJISIOT OCYIIECTBIATH KOHTPONIb COCTOSHUA 000-
JIOYHBIX U JIMCTOBBIX H3AENuH (COCyI0B, TPyOOIPO-
BOJIOB, PEaKTOPOB, 3JEeMEHTOB (PIo3elaiKa Jiera-
TEJIbHBIX ANIAapaToB U Ap.) C IMOKPBITHAMH U 0e3,
OTIPeieNaTh TEII0(PU3NIECKHEe XapaKTePUCTUKY Ma-
tepuanoB. OHH JAIOT BO3MOKHOCTH BBIABIATH [Ie-
(heKThI MOKPBHITUH U OCHOBHOTO MaTepuaja He TOJb-
KO Ha HAPY:KHOM CTOPOHE O0OJIOYKH, HO U HA BHYT-
peHHel, HeZOCTYIHON IS MPSIMOTO BHU3YAIBHOTO
WHCIEeKTHpPOoBaHuA. PaspaboranHbie METOABI TAKKE
MTO3BOJIIOT TTPOBOIUTH MYJbTHMACIITAGHBIE HCCIIe-
IOBAaHWUA, PETHCTPUPOBATH U XapaKTepU30BaTh
nedeKkThl pasMepaMu OT JeCATKOB MUKDPOMETPOB.
[Ipunoskenue TOKATBHON CHIOBOM HATPY3KH C IIO-
BTOPHOU TepMorpadreii qepeKTHOH 30HBI JaeT BO3-
MOKHOCTh BBIABJIATDH OMAcHBIE Med)eKThI U OIpe[e-
JIATH CTEIeHb OMACHOCTH HX MOCIEIYIOIer0 Pa3Bu-
THSA, & TaKKe OIeHUBATb OCTATOYHBIN PEcypc U BO3-
MOKHOCTH JaTbHEHUIIel 9KCIULyaTalluu U3IeIus.
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HNCIIOJIbBSOBAHUE MOHOKRPUCTAJI/INYECKUX KIOBET
CO CBOMCTBAMH OIITUYECKOI'O 3ATBOPA
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ATOMHYIO CTPYKTYPY BEIIIECTB MO/KHO HCCIEI0BATE € TOMOIIBIO TU(PAKITMOHHBIX PEHTTEHOB-
CKMX MeTOfIOB. JIJIsl 9TOT0 MCIIOIBb3YIOT PEHTTEHOBCKHE TUPAKTOMETPHI, KOHCTPYKIIHSA KOTO-
PBIX BKJIOYaeT ABa INIaBHBIX KOMIIOHEHTA: UCTOYHHUK PEHTI€HOBCKOI'O HU3J/IyYE€HUSd U I'OHHO-
MEeTp, COIEp:KAIUi JeTeKTOP PACCEeSHHOT0 U3JIydeHWs. B IleHTpe rOHMOMeTpa TOMEIaioT
ZepsxaTelh oOpasiia (KI0BeTy) ¢ UCClIeyeMbIM MaTepuajIoM. B mpomecce yriioBoro ckanuposa-
Hus 00pasna u JeTeKTopa PErruCTPUPYIOT TAK HA3hIBAEMBIN JAU(PPAKIIMOHHBIN CIIEKTP, OTPa-
JKAIOIINH CTPYKTYPY U3y4aeMoro BerecTsa. McenenoBanne, 00beKTaMu KOTOPOTO MOTYT OBITh
KPHUCTA/UTMYECKHE TIOPOIIKH, aMOp(HbIe, HAHOKPUCTAUIMIECKAE W YACTHYHO KPHCTAILIN-
YecKkre 00pasIfbl, OCHOBAHO HA TaK HasbIiBaeMou cxeme Bperra — Bpenrano (0 — 20-ckanupo-
BaHWE), UCIOIB3YIONIEH PACXOIINEcsT PeHTTeHOBCKHE IyYKH, MMaJaiolie Ha TOBEPXHOCTh
obpasiia. OT0 IPUBOAXT K TOMY, YTO YACTO BMECTE C OTPAKEHHUEM OT HCCIEAyeMOro 00beKTa
B JIETEKTOP IIOIAIAET U PACCETHHOE M3JyYeHHe OT KIOBETHI. IIpy MCCIe[oBaHuy OTUKPHC-
TAJIJIOB PACCESHUE OT KIOBETHI HE CHJIBHO UCKAKAET TUMPPAKIIMOHHBIN CIIEKTP 00pasia B CHILy
3HAYUTEIHHON HHTEHCUBHOCTH KPUCTAIINYECKHX pediekcos. B ciayuae amopdHbIX BEIecTs,
HAHOKPHUCTA/UINYECKUX W YACTUYHO KPUCTALIMIECKUX OOBEKTOB TAKOE PACCEAHHOE U3Iyde-
HUE MOKeT ObITh CDABHUMO C U3JIyYEHHEM OT UCCIELYyEeMOro O0bEKTa, YTO 3HAYUTEIHHO 3a-
TPYAHSAET U3y4eHne CTPYKTYPhI o0pasia. [IpuBeeHs! pesyIbTaThl NCIIOAb30BAHNSA CTAHAAPT-
HBIX KIOBET, NPHIAraeMbIX K IIHPOKO MPUMEHSIEMBIM PEHTTEHOBCKAM IU(PPAKTOMETPaM
(D500, D5000 (I'epmarmusa), D8 ADVANCE (I'epmanus) u JJTPOH (Poccust)). Ocoboe BHIMA-
HUE y/IeJIeHO UCKAKEHUI0 PEHTITEHOBCKUX CIIEKTPOB KIOBETAMU U3 IUIACTUKA WA aMOP(HOTo
KBapIla B CIy4ae M3y4eHUs aMOpP(HBIX, YACTHYHO KPUCTAUINUECKUX U HAHOKPUCTAILIAIE-
CKux 06pasroB. [IpemoKens! crenuanbHble KIOBETHI, HE IA0IHe COOCTBEHHBIX OTPAKEHUN
¥ He UCKAKAIINe TU(PPAKIIHOHHBIE CIIEKTPhI H3yUYaeMbIX O0BEKTOB, — CBOETO POia OIITHYE-
CKM€ 3aTBOPBI i1 (POHOBOTO paccesHus. Takue KIOBEThI PEICTABISIOT COO0H MOHOKPHUCTAI-
JIMYECKHe TUTACTHHKN OCOOON OpHMEHTAINH C IWIHHIPUYIECKUMU YIIIyOJIeHUsAMHU s 06pas-
IIOB. OI_[eHeHbI IIpeuMyImnecrsa MOHOI{pHCTaJILHOﬁ KIOBETHI U3 KPEMHHA B CDABHEHUH C ILIac-
THKOBO, ITOCTaB/sieMol i audpaxromerpa D500, mpu uccremoBanuy aMopgHOro o6pasiia.

KiroueBsble cioBa: METOLbI KOHTPOJA CTPYKTYPHI; PEHTTEHOBCKHME METO/bI HCCIEI0BAHNT;
IudpaKToMeTprd; aMOp(HbIE CTPYKTYPbI, HAHOKPUCTALIBI, YACTHIHO KPHCTAINIECKUE

CTPYKTYPBHL.
THE USE OF SINGLE-CRYSTAL CUVETTES WITH THE PROPERTIES
OF AN OPTICAL SHUTTER IN X-RAY DIFFRACTOMETERS

© Galina E. Abrosimova, Ivan M. Shmytko

Institute of Solid State Physics, Russian Academy of Sciences, Chernogolovka, Russia; e-mail: shim@issp.ac.ru

Submitted October 24, 2017.

The atomic structure of substances can be studied using X-ray diffraction methods. X-ray
diffractometers contains X-ray source and goniometer with a detector of scattered radiation. A sample
holder (a cuvette) with the material under study is placed in the center of the goniometer. The diffrac-
tion spectrum which represents the structure of the sample under study is recorded upon angular
scanning of the sample and detector. Study of crystalline powders, amorphous substances, nanocrys-
talline and partially crystalline objects is often based on the Bragg-Brentano scheme (6 — 20-scanning)
with divergent X-ray beams irradiating the entire sample surface. Scattered radiation from the cuvette
can also enter the detector and affect the recorded diffraction spectrum. The aforementioned distortion
is rather weak for polycrystalline samples due to strong intensity of crystalline reflections. However,
when studying amorphous substances, nanocrystalline and partially crystalline objects, contribution of
the scattered radiation can be compared with the radiation from the sample and thus interfere with an
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unambiguous determination of the sample structure. The results of using standard cuvettes for X-ray
diffractometers D500, D5000 (Siemens), D8 ADVANCE (Bruker) and DRON are analyzed with a spe-
cial attention paid to distortion of X-ray spectra attributed to the use of cuvettes made of plastic or
amorphous quartz when studying amorphous, nanocrystalline and partially crystalline samples. Spe-
cial cuvettes, being a kind of optical shutters for background scattering, which do not distort the dif-
fraction spectra of the objects under study are developed: single crystal plates of a special orientation
with cylindrical cavities for the samples. The advantages of a single-crystal silicon cuvette compared to
plastic cuvette usually supplied for D500 diffractometer are estimated when studying an amorphous

sample.

Keywords: structure control methods; x-ray analysis; diffraction analysis; amorphous structure;
nanocrystals; partially crystalline structure.

PaspaboTka u cosgaHme HOBBIX MAaTEPHAJIOB
(amopHBIX, HAHOKPHUCTAUIMIECKUX, YACTUIHO KPH-
CTAJTMYECKUX W Mp.) TPeOYIOT PA3BUTHSI W COBEp-
[IIEHCTBOBAHUSA METO[OB UX HCCIEIOBAHUS.

Kax usBecTHO mpHU PEHTreHOCTPYKTYPHOM aHa-
Jn3e CyIiecTByeT mpobieMa pasfiesieHus BEIAJ0B B
paccesiHre PEeHTTeHOBCKHUX JIydel oT obpasiia u aep-
skaTena (KoBeTbl). B aMOp(HBIX M YaCTUIHO KPH-
CTANTMYECKUX MaTepuaaax Benwka aons auddys-
HOTO paccesdHus; B HAHOKPHUCTAIMIECKHX 00pas-
11ax, 0cOOEHHO IIPH pasMepe HAHOKPHUCTAJLIOB B He-
CKOJIBKO HAHOMETPOB, MHU(MPAKIHOHHAS KapTHHA
MOKeT OBITh YPE3BBIYAMHO ITOXO0KA HA COOTBETCT-
BYIOILLIMH CIIEKTP OT amopduoi daser [1]. daxe mpu
6osrbilieM pasmepe HaHOKpucTaLIoB (5 — 10 HM) Ha
PeHTTeHorpaMMax MPUCYTCTBYIOT MIMPOKHE OTPaKe-
HUS, B psfie CIydaeB MPEJCTABIAIONINEe CO00# Cy-
TIEePIIO3UITNI0 HECKONIbKMX MHUKOB [2], WHTepIpera-
IUA KOTOPBIX TpeOyeT 3HaAHHE MOJIOMKeHHUT, POPMBbI
¥ TIOMYIIIHPHUHBI KQKI0T0 13 pedpIeKCoB.

B macrosimmee Bpems B mudppakToMeTrpax THIIA
D500, D5000 (®PT"), D8 ADVANCE (®PI") u cepun
I POH (Poccusi) ucmonb3yoTcsi KIOBEThI U3 ILIACTH-
Ka WU IUIaBJIEHOTO KBapIia — aMop(gHOTO MaTepua-
na. IlosTomy Ha peHTreHOrpamMMmax IIPHCYTCTBYIOT
nudppysHbIE MAKCHMYMBbI, COOTBETCTBYIOII[E KIOBE-
Te. B 3aBucuMocTH OT mcciemyeMoro obpasiia mpH-
CYTCTBHE TAKUX MAKCHUMYMOB 3aTpyAHAET (IpH dac-
THYHOM HAJIOKEHWH Ha OTPAKEHHUs OT 00pasiia) uin
IIOJTHOCTHIO MCKJIIOYAET BO3MOKHOCTH KOPPEKTHOMU
MHTEPIIPeTaIiy Pe3yIbTaTOB.

Ilenr paborel — paspaboTKa CIEUATBHBIX
nep:xarened (KioBeT), He OAIOIUX COOCTBEHHBIX
OTPAKEHWH W HE HCKAKAMIIUX TU(PPAKITHOHHBIE
KapTHUHBI.

Ha puc. 1 nokasaub! craHmapTHEIE KIOBETHI, HC-
MOJIb3yeMble B PEHTTeHOBCKUX Iu(paKkToMeTpax
tura D500 u [IPOH 4-7.

Krosern! mis mudparromerpos tuma D500 cume-
JIaHBI W3 TPOYHOTO IIJIACTUKA W WMEIOT pasMepbl
50 X 50 mm. J[vameTp LEHTPATLHON yriryOIeHHOH
gactu — 25, rmyouna — 2 mM. Krosera myist mudpax-
tomerpoB JIPOH usrorosiena 13 miaaBaeHOTo KBap-
114, ee BHEIIHUH AMaMeTpP COCTaBiIsieT 36, BHyTpeH-
HuM — 28 MM, TIyOuHA MEHAETCI B 3aBUCUMOCTH OT

neps:xarens B mpemenax 1 - 2,5 mMm. HemocraTkom
sBJISeTCA IPHCYTCTBHE HA PEHTTeHOorpammax maud-
dysubix orpaskennii or kioBer. Kpome Toro, cras-
JapTHbIE KIOBETHI TPeOyIT 6GOJBIIOro o0beMa HC-
cIeIyeMoTo MaTepuasa, 4To 3aTpyAHAEeT aHaIu3 He-
00JIBIIHNX 00PA3IIOB.

s paspaboTKEM KIOBET, JHIIMEHHBIX OTMEYEH-
HBIX HEeJOCTAaTKOB, HCIIOJIb30BaJI MOHOKPHCTAJLIbI
KpPEeMHUS U ILUIACTHHYATOrO carndupa 60JIbIIIoro qua-
Merpa. CHauaza MCXOMHBIA MOHOKPHCTAI OPUEH-
THPOBAIN METOAOM Jlays Tak, 4ToObI cpes, IepreH-
MUKYJISPHBIA BBIBEIEHHOH OCH (MMapasuielbHO eMy
IIOTOM BBIPE3AJIH IIACTUHKH [JI KIOBET), 00ecredn-
BaJl HAWOOJBIIYIO ILIOIIAAb MOBEPXHOCTH W WMMEI
OPHMEHTAITNI0, MAKCUMAJIBHO OTCTOSIIYI0 OT JPYTHUX
PAIMOHHBIX KPUCTAILIOTPA(UIECKUX HAIIPABICHUH.
B sToMm ciyuae uckmouaeTcs MonagaHue B IETEKTOP
M3JIyYeHHUsI COOCTBEHHBIX MOHOKPHCTAIBHBIX OTpAa-
JKEHUM M «KPBUIbEB» OT OOKOBBIX oTpakenuit. [Ipu
BBIOOpE OpHMEHTAIIUH IOJIOMKKH YUNUTHIBAIUA TAKKe
pacxoauMOCTh IafaloIero Ha o0paser] IydJKa
(0OBIYHO MaKCHMAIbHAA PACXOTUMOCTH I 000HX
TUIIOB IuQ)PaAKTOMETPOB cocrasiser 3°). 3areMm C
IOMOIIIBI0 CeTKH Bymnbda u crepeorpaduueckoi
rpoeknuu (puc. 2) BpIbupaan Heo6X0auMoe HaIIPaB-
JIEHue Cpe3a U PaCCUUTbIBAJIXW BEJIUYHHY OTKJIIOHE-
HUS OT UMEIOIIENCsa OPUeHTAIMH MOHOKPHUCTAJLIA.

Ha crepeorpacduueckoi IpoeKIuu ¢ 0Cbi0, COOT-
BETCTBYIOIIEH OPUEHTAIINH MOHOKPHCTAJLIA, OIpe-
IeNSSIn «CBOOOAHYIO» 00acTh, HE COAEP:KAIIYIO
IPYTHUX PAIIHOHAIBHBIX KPUCTAJLIOrPa(pUIeCKuX Ha-

Puc. 1. Crangaprable KIOBETHI PEHTTEHOBCKUX IUQPAKTO-
metpos tumna D500 (a) u JIPOH 4-7 (6)
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Puc. 3. Ilpumep BbIGOpa OpHEHTAUWM BEPXHEH IIOBEPX-
HOCTH KIOBETHI Ha ceTke Bynbda (a) u crepeorpaduueckoin
apoexiuu (6)

Puc. 4. Mosoxkpu-
CTaJTn4ecKas KIOBeTa
¢ yrirybaeHuemMm

npasienuit. ITocne sToro ¢ momorsio merona Jlays
BBIBOIM/IN HYKHYIO OPUEHTAINI0O B MOHOKPHCTAJLIE
U MEePIeHINKYIAPHO ed u3 00pasiia BhIpe3ain Iuia-
CTUHKU HYKHOH (POPMBI U pasMepa [ U3TOTOBJIE-
HUS KIOBET.

Ha puc. 3 mokasan npumep BbIGOpA OpUEHTAIUH
KIOBETHI Ha ceTKe Bynba u crepeorpaduaeckoi

s
-

e exn
. .
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26, rpazx.

Puc. 5. Penrrenorpamma amopguoro o6pasua Fe,¢Si; 3B, Ha
TIO/IJIOMKKAX M3 IIJIaBJIEHOTO KBapia (1) ¥ MOHOKpUCTAIINYe-
CKOro KpeMHus (2)

MpoeKIuu (cTpeaKaMu 0003HAYEHBI TOYKH OPHEeHTa-
Uy KoBeThl npu HakaoHe ocu [001] B mampasie-
Huax [0 — 10] u [100] u ¢ yyeTom moBopoTa rpaHei
B COOCTBEHHOM ILIOCKOCTH Ha 7° COOTBETCTBEHHO.
EcrecTBenHo, BO3MOKHBI UM APYyrhe aHAJIOTUYHBIE
OTKJIOHEHWS ¥ OPUEHTAITHH.

Yr00BI IOIYYUTDH KIOBETHI JJIsI PA3IHIHOIO 00h-
eMa KCCIeyeMOro BellleCTBA, B HUX BbICBEPJIUBAIIN
NWTHHIPHIECKHe YIIyOJeHus PasHoro AuaMerpa u
rryounbl. Ha puc. 4 mokasana MOHOKPHUCTAJIHYE-
CKas KIOBETAa C YIUIyOJeHHEeM B IEHTPAILHON YaCTH
(KoBeTa HaAKeeHA HA KBapPIIEBYIO IIOIJIOWKKY, pas-
Mep KOTOPOM 00ecleunBall MPAaBUILHOE II0J0KEHNE
KIOBETHI HA CTOJIMKE TOHHOMETPA).

C moMoInbi0 TakKWX KIOBET Jajiee HCCIeLOBaIHA
CTPYKTYPY PAaa aMOP(HBIX U YACTUIHO KPHUCTAJLIH-
yeckux MmarepuasioB. Ha pwuc. 5 mpencrasieHa au-



«3aBoackasd maboparopusa. [[marnocruka marepuanaos». 2018. Tom 84. Ne 6 37

dparxrorpamma obpasna Fe;sSi;3Bg. uddysusbrit
makcumym I (20 = 52°) coorBercTByeT amopdHOM
(hase yrazaunHoro cocrapa, a AU Qy3HbIIA MAKCHMYM
I (20 = 15,5°) — orpakeHue OT KIOBEThl — HE CBs-
3aH ¢ obpasmom. BugHo, 4TO B ciiydyae KIOBETHI U3
MOHOKPHCTIJIMYECKOT0 KpeMHus (KpuBasg 2) Ha
PeHTreHorpaMMax IPUCYTCTBYIOT OTPAMKEHU TOJb-
KO OT o0pasiia.

Takum o6pasom, B pesyabraTe HCCIEIOBAHUS
MPUMEHEHUs KIOBET PA3HOT0 THIA s amopd-
HBIX, HAHOKPHUCTAIIMYECKUX, YACTUIHO KPUCTAJIIIH-
YECKMX M IIOJHOCTBI0 KPHUCTAUIMYECKMX 00pAasIloB
YCTAHOBHWJIH, YTO TIPU AHAIN3E CTPYKTYPBI KPUCTAI-
JINYECKHUX 00pasiioB C pasMepoM KPHCTAIIOB Ooiee
500 HM BO3MOKHO WHCIIOJIB30BAHHE KIOBET JII060TO
THIIA, TOCTABJISEMBIX C PEHTTEHOBCKUMHU TUQPAKTO-
Mepam¥ (38 HUCKII0YEeHHEeM CIIy4aes, KOT/a mapaMerp
PeIlleTK! IPHUCYTCTBYIONIEH B 06pasile KpUCTAIN-
yecKoM pasel, wiu (pas, JOCTATOYHO BEJIHK, YTOOBI
YacTh OTPaKEHWH OKasajlach B YIJIOBOM 00JacTH,
COOTBETCTBYIOIIEH OTPAKEHUIO OT KIOBETHI U3 ILJIAB-
JIeHOoro KBapia wiu mwiactuka). [Ipu uccneqoBanuu
CTPYKTYPBI aMOP(HBIX, HAHOKPUCTAIINIECKUX HIIN

YACTHYHO KPHUCTAINIECKUX 00pasIioB HEOOXOIHUMO
MPUMEHATh MOHOKPUCTANINYECKHE KIOBEThI, He
nmamone coOCTBEHHBIX OTPAIKEHWM W HE WCKaXKa-
oImux AUQPaKIUOHHYI0 KapruHy. llpemcrasieHn-
HbIe TIOMJOKKH ¥ KIOBETHI M3 MOHOKPHCTAJIOB
CHEeIUANTBHON OPHUEHTAIUN ITO3BOJISIOT IOJIHOCTHIO
ycTpaHuTh POHOBOE U3IydueHHue (KpoMe HEKOTepeHT-
HOTO WU3JIydeHUusd, CBOMCTBEHHOIO BCeM MarTepua-
JlaM), BBICTYIIad B POJIM OIITHYECKUX 3aTBOPOB [3, 4].
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OCOBEHHOCTH MOHOKPHUCTAJI/IMUECKOM CTPYKTYPBI
TYPBUHHBIX JIOITATOR N3 BE3YTJIEPOJUCTBIX U
YTJAEPOACOAEKAIIUX JKAPOITPOUYHbIX HUKEJIEBBIX CIIJTABOB®
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IIpencraBieHs! pe3yIbTaThl CPABHUTENBHOTO UCCIIEAO0BAHNA CTPYKTYPHBIX 0COOEHHOCTEH OT-
JIUBOK TYpPOMHHBIX JIONIATOK C MOHOKPHUCTAILIIIYIECKON CTPYKTYPOU U3 jKapOIIPOYHBIX Ge3yrie-
POAKCTBIX ¥ YIIIEPOACOAEKAIINX KAPOIPOYHBIX HUKEJIEBBIX CILIABOB C KpUCTA/UIOrpadIde-
croit opuenTarmer (001). Biuanue pexxiMOB HAIIPaBIEHHON KPUCTAUIN3AIUN Ha (POPMUPO-
BaHHE CTPYKTYPBI U Ae(PeKTOB OTJIMBOK HCCIEJOBAIHN C IIOMOIIbI0 ycTaHOBOK Tuna ¥ BHE.
YcTaHOBUIH, UTO BEIHYNHA PACTPABA IIPUIIOBEPXHOCTHOTO CJIOSI 00PA3I[0B MEHAETCH B 3aBU-
CHMOCTH OT YCJIOBHI TpaBieHus. AHAIN3 MUKPOCTPYKTYPhI IIPUITOBEPXHOCTHOM 30HBI OTJIH-
BOK ITI0CJIE PA3JIMYHbIX TEXHOJIOTHUECKUX IIPOIIECCOB II0KA3AI, UYTO JOIATKU U3 JKAPOIIPOUHBIX
6e3yTIIEPOAKCTHIX CIUIABOB CKIOHHBI K 00pA30BAHUIO OI0YHOM CTPYKTYPBI U ITOABIECHHIO T10-
BEPXHOCTHBIX PEKPHUCTAIIN30BAHHBIX 3epeH. [IpeoxKeHbl PeKOMEH/AANNH 10 ITPUMEHEHUI0
HepaspyIaoIINX METOI0B PEHTT€HOCTPYKTYPHOTO KOHTPOJIA C UCIIOIB30BAHUEM PEHTTEHOB-
croro ammapara turna KPOC, a tak:ke crioco0bl IpeaynpeskIeHus HOSBIeHN MAKPOPBIXIIO-
THI Ha TIOJIKE U B 3aMKe OTJIMBOK.

KaioueBbie ciIoBa: jKApOIIPOYHBbIE HUKENEBbIE CIUIABBI; MOHOKPUCTAIUIBI; HAIPABIEHHAS
KPUCTAJLIA3AIINS; MAKPOTPABIEHHe, MUKPOTPABIEHKE; OOJIBIIEYIIOBblE TPAHUIIBI; MAJIO-
YIJIOBBIE TPAHUIIBI; PA30PHEHTAITHA OII0KOB CTPYKTYPBL.

FEATURES OF THE SINGLE CRYSTAL STRUCTURE OF THE TURBINE BLADES
MADE OF CARBON-FREE AND CARBON-CONTAINING NICKEL SUPERALLOYS

© Elena M. Visik, Victor V. Gerasimov, Evgeny V. Kolyadov, Elena V. Filonova

All-Russian Scientific Research Institute of Aviation Materials (VIAM), Moscow, Russia; e-mail: admin@viam.ru

Submitted October 4, 2017.

A comparative study of structural features of the blade castings having a single-crystal structure and
made of heat-resistant carbon-free and carbon-containing high-temperature nickel alloys upon direc-
tional crystallization with (001) crystallographic orientation is carried out. The results of the effect of
directional crystallization modes on the formation of the structure and defects of castings of working
blades made of carbon-containing and carbon-free high-temperature nickel alloys are presented.
Changes in the degree of pickling of the near-surface layer of casting are presented as a function of
pickling conditions. The microstructure of the near-surface zone of castings made of ZhS32 heat-resis-
tant alloy is studied after different modes of their technological processing. It is shown that blade cast-
ings with a single-crystal structure made of heat-resistant carbon-free superalloys have a tendency to
formation of the block structure and appearance of surface recrystallized grains. Recommendations on
the use of methods of nondestructive X-ray control of blades made of carbon-frees alloys and precau-
tions regarding birth of microporosity on the shelf and in the blade lock are specified.

Keywords: refractory nickel superalloys; single crystals; directional crystallization; macro-etching;
micro-etching; large-angle boundaries; low-angle boundaries; misorientation of the structural blocks.

B rasoryp6unubix gsurarensx (I'TJ[) remmeparypa HUEeM CIJIaBOB HOBOI'O IIOKOJIEHUA, JEerMpOBaHHBIX
Marepuaia TypPOMHHBIX JOIATOK TOPSIYEero TPakTa peHuHeM U pPyTeHHEeM U pPas3pabOTAHHBIX METO0M
mozker gocruratb 1150 °C, uTo cBsI3aHO C IMpUMEHe- KOMIBIOTEPHOTO KOHCTPYHUPOBAHUA MOHOKPHUCTAJ-

* Pa6ora BBIOJIHEHA B PAMKAX pealn3alyuy KOMIUIEKCHOTO HaydHoro Hanpasienus 9.5: Hanpasnennas kpucramnmsanus
(c ITepeMeHHBIM yIIPaBIAeMbIM I'PAIUEHTOM) BRICOKOTEMITEPATYPHBIX KapPOIPOYHBIX CIIABOB.
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JMYECKUX HUKEJIEBBIX CIZIABOB HA OCHOBE COBPEMEH-
HBIX TEXHOJOTHH MOHOKPHUCTAIIUIECKOTO JUThA U
TepMHUYecKoi o6paborku [1 — 9].

Penuti-pyrenuticomepsraiiue JKapOIIPOYHBbIE
CIIaBbl 00JIAIAIOT TOBBIIIEHHBIMU (PA30BOH CTa-
OMJIBHOCTBIO, IMIPOYHOCTHIO, COIPOTHUBIIEHUEM TeEP-
MHYECKOH ycramocTd. J[isa autha pabodux JOMATOK
BBICOKO2(p(peKkTuBHBIX aBuanuoHHbIX I'T]] mrupoko
HCIIOIB3YIOT, HAIPUMeEp, YIJIEPOICOAep:KaIluil Mo-
HOoKpucTamuueckuii ciias JKC32 Broporo moxkose-
uus (comep:xaume Re 10 4 %), 6GesyriepomucTbIid
cumas BHKM4 (comepxanne Re 6 u 4 %, o100 =
= 305 MIIa) u merupoBanubIii peraueMm (2,6 % Re)
¢ TIOHW:KEHHOM 1IoTHOCThI0 (8,39 r/em?®) Gesyriepo-
muctsrii crnas BIKM7 (01000 = 220 MIIa) [8, 16].

s monmydeHus JIOMATOK M3 HOBBIX JKAPOIIPOU-
HBIX CIUIABOB HA JIMTEHHBIX YCTAHOBKAX THUIIA
YBHK mpuMeHs0T TeXHOIOTUH MOHOKPHUCTAJINIE-
CKOTO JIUThA C 3aMaHHOH KpHUCTAIIOrpaduIecKoi
opuenrarnueit (KI'O), obGecmeumBaromirie BBICOKHE
XapaKTEePUCTHKH KAPOIPOUYHOCTH B pabouyeM HHTep-
Basme Temmeparyp. Haa dopMupoBaHUA MOHOKPH-
CTQJINIMYECKOH  CTPYKTYPBHI  HCHOJB3YIOT MOHO-
KpHucTaymudeckue 3arpaBku u3 cmiasa Ni— 30 % W
(OTKIOHEHUE 0T aKCHAJIbHOTO KpucTasiorpadude-
CKOTO HAIPaBIEeHHA 01y < 5°), KOTOpbIe yCTaHaB-
JUBAIOT Tiepen IIABKOM B 3aTPABOYHYIO IIOJIOCTH
CTapTOBBIX KOHYCOB JINTEMHOTO OJI0KA.

TpeboBauus K CTPYKTYpPe MOIYyIAEMBbIX JIOMATOK
3aBUCAT OT OCOOEHHOCTEH KOHCTPYKIIUH, YCIOBUU
MIOCTIEAYIOIIEH HKCIIyaTallly, JIETHPOBAHUS CILIaBa
¥ IPYTUX (PAKTOPOB M OTOBAPUBAIOTCA B TEXHUUE-
ckux ycnopusax (TY). K TypbunnbiM momarkam w3
0e3yTIepOIUCThIX CILUIABOB IPEIBABIAIOT IIOBBI-
IIeHHbIe TPEOOBAHUA IO MAKpPO- U MHKPOCTPYKTYpe
(u3-3a OTCYTCTBHUS B UX COCTaBe yIiaepojia U IPYyTHUX
YIPOYHUTEIEH TPAHUIl 3ePeH) ¥ OTKIOHEHHUIO OT 3a-
maumnoi KI'O (mampumep, MaxkpocTpyKTypa mpodu-
Jeli epa ¥ 3aMKa J0JKHA ObITh MOHOKPHUCTAJLIIYE-
CKoi1). B oTaiuBKax U3 yriepomcoaepiKalinx CrijiaBoB
TPaHUIBI 3€pPeH JAOMYyCTUMBI B OTAENIbHBIX 30HAX
(mampumep, B ob61acTu 3aMKa). Bennumna oTKIOHE-
HUUN 3aJJaHHOU aKCHAJbHOM OPHUEHTAIIUM OT OCHOB-
HOM ocu TYypOMHHOU JIOMATKA B IPOMBIIIIEHHOM
ITPOU3BOJICTBE He AoJLKHA mpeBbimiath 10, a paso-
opueHTaIua 6JI09HOM CTPYKTYPHI — 3°.

KoHTpob MOHOKPHCTAIINYIECKOH CTPYKTYPbI
TI0CJIe HAMPABIEHHOW KPUCTAIIU3AIUNA IIPOBOAAT
IyTeM BU3yaJIbHOTO OCMOTpPA OTIUBOK (MU IpU He-
6oabpmux (X20 — 30) yBenu4yeHHsAX) mociie XuMHIe-
CKOTO TpaBJeHHsa HmoBepxHocTu. MakporpaBieHueM
BBIABIIAIOT TPAHHUIILI 3€PEH, TEHAPUTHYIO CTPYKTYPY
crasa, aukBanuio, Tpeiuasl, KI'O 3epen, dpurypst
TpaBJIeHus, XapaKTepHbIe [JIs HAPABIEHHOW KpU-
CTaJLTU3AIMH JTUTEHHbIE Ne(DeKTHhI.

CrocobsI TpaBmeHus (MOTpy;KeHHEM B PEaKTHB,
aHOJHOEe, IIyTeM KaTOIHOT0 PACIbLIEHUS B BAKyyMe,

KOMOMHHMPOBAHHLIE W [p.) U YCIOBUA TPABICHUS
(IPOMOKUTENHHOCTh, TEMIIEPATYPa, IIOJIOMKEHNe
obpasiia, mpeaBapuTenbHas o00paboTKa ITOBepx-
HOCTH) OKa3bIBAIOT BIMSIHME HA Pe3yabTaThl AHAJIH-
3a CTPYKTYPbI, XapaKkTep N3MEHEHUS TOBEPXHOCTHO-
'O CJIOS OTJIHUBKH.

[lens paborbr — wmccmeoBanme TYPOWMHHBIX JIO-
[MaTOK ¢ MOHOKPHCTAJLIMYECKOH CTPYKTYPOi u3 6es-
YIJIEPOIUCTHIX U YIJIEPOICOAEPIKANINX HUKEIEBBIX
CILTIABOB.

HccnemoBanmum MOHOKpHCTAILIMYECKHE paboune
momatku [I'T]l, mosy4yeHHbBIE HA YCTAHOBKAX 1A Ha-
npasiaenHor kpucraumusanuu (YBHE 9A, rpamm-
eHT TeMIepaTyp Ha ()POHTE KPUCTAIIHU3AIINY CILIa-
Ba (nuamu wusonukBuayca) G = 60— 80 rpam./cm),
u3 yriepozacoseskaiiero ceputinoro ciurasa JHC32 u
6esyrneponuctbix cmnaBoB BIKM4 u BHKMYT7. Ilo-
CKOJIbKY HUKEJIeBbIe CILJIABbI 00/1a1al0T BHICOKOM XH-
MUYIECKOM CTOMKOCTBIO, MCII0JIB30BAIU KOHIIEHTPU-
poBaHHbIEe KUCIOTHI [14].

Orknounenne KI'O oriauBoK ompemensanu Ha
CTAapTOBBIX KOHyCaxX (ILTOCKOCTH IOMEPEYHOTO pesa
MEePIEeHUKY/ISPHA TIPOMOJBHOA OCH OTJIWBKH).
MeTo/10M PEeHTTEHOCTPYKTYPHOTO aHAIN3a TToIeped-
HOTO cpesa Iuinda KoHyca, IPOTPABIEHHOTO 0 BhI-
SBJIEHUS MEHIPUTHON CTPYKTYPHI, C IIOMOIIBIO U-
dparxromerpa JIPOH4 onenuBamu yrioBoe OTKIIO-
HeHHe ,;, 3aJJaHHOT0 aKCHATbHOTO KPHCTALIorpa-
¢uueckoro mHanpasiaenus (001) oT mpomOTBHON ocH
KOHycCa U, COOTBETCTBEHHO, BCEH OTIMBKH JIOMATKH.

Ilna wccnemoBaHWs MHUKPOCTPYKTYPBI MHKPO-
HIITHA(OB JOMATOK HCIOTH30BANIN PACTPOBBIN JIIEK-
tpouuHbIH (JSM-6490LV) u onrtuueckuit (Leica)
MUEPOCKOTIBI.

Ha prc. 1 mokasaub! xapakTepHbIe 1e(DEKTHI MO-
HOKPHCTAIHYECKOH CTPYKTYPhI OTJIHBOK, CBA3aH-
HBIE C HAPYIIEHHEM TeMIIePaTypPHO-CKOPOCTHBIX pe-
JKMMOB TUIABKYM U KPUCTAIIU3AINNA, HATUINEM TIPHU-
Mecel U IIOCTOPOHHUX BKJIIOUEHHUU B CILJIaBe.

Hapyiienre TeXHOMIOTHYECKHX PEKUMOB Ha-
MPABJIEHHOM KPUCTAIIU3AIINY (3aHKEHHAA TeMIIe-
parypa B 30HE PaCIIOIOKEeHUs 3aTPABKY) TPUBOIUT
K CTPYKTYpPE, COCTOSIIEH U3 MHOKECTBA CTOIOYATHIX
3epeH (cM. puc. 1, a), «meperpes» 3aTpaBKu — K ee
paciuiaBienuio u Hapymenuno saganHoi KI'O or-
auBkKu (cM. puc. 1, 6). Y3Kue HaIpaBiIeHHbIE 3epHA
(«mpocTpenbl») B MOHOKpHcTasie (cM. puc. 1, 8) riry-
OUHOI HECKOIBKO IEeHIAPUTOB (DOPMUPYIOTCA BCIIE-
CTBHE HA/IW4YWsA B pacIjiaBe MpuMeced JTu00 OKH-
cinoB. Equnuanbie paBHOOCHBIE 3epHa (cM. puc. 1, 2)
— B pe3yJIbTare B3auMOEHCTBUA PACIIIIABA C IIOCTO-
POHHUMY BKIIOYEHUSIMH B IEPBOM CJI0€ 00OJIOYKO-
BOU KepaMmwudeckoil ¢opmbl. IIpuunna oOpasoBanwus
CTPYKTYPHI ¢ MAJIOYTIOBOMH rpaHuiei (cybsepHamu)
(Aaygoyy < 3°) (cm. pumc. 1, d) — pasBopoT (unu Hapy-
[IIeHNEe) PACTYIUX IEHAPUTHBIX BETBEH B IPOIEcce
KPHUCTAIN3AI[AY PACILIaBa IO BO3IEHCTBUEM KOH-
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Puc. 1. JledhexThl MOHOKPHUCTAIINIECKOH CTPYKTYPBI OTJIMBOK TYPOMHHBIX JIOTIATOK IIOCIE TPABIEHUA: @ U 6 — «HEIOTPeB» U
«IIeperpeB» 3aTPaBKH; 6 — y3K0e HAIPaBIEeHHOE 3epHO («IIPOCTpei»); 2 — eIUHUIHbIE PABHOOCHbIE 3epHA; 0 — MaJIOyIJIoBas

rparuta (Ao, < 3°)

Puc. 2. Crpyrrypa MazoyrioBoi («pasMbITod») rpaHunbl cy63epeH (Aagy;, = 2,7°) Ha MONKe OTIMBKY JONATKH K3 JKApOIIPOU-
Horo ciiasa BAKM4 mocie makporpasnenus (a) (6 u 8 — mpu X20 u X1 003

BeKTHBHBIX MNOTOKOB. (K o6pasoBanuio momoOHOM
0JIOYHON CTPYKTYPHI dallle CKJIOHHBI 0e3yrIepojIu-
CTbIe JIEFHPOBAHHBIE TYTOIJIABKUMH JJIEMEHTAMU
(W, Re) MOHOKpHCTAIINYECKHE CILIABDL.)

BoeigBuin, 4To TIPU KPUCTAIIU3AIANA 3aMKOBBIX
MMOJIOK TYPOMHHBIX JIOITATOK B YCIOBHUSIX BOTHYTOTO
(bpoHTa KpHCTATIHU3AIMK B YOAIEHHBIX YIJIaxX
MOJIKK IIPOMCXOIUT TeTePOreHHOe (DOPMHUpPOBAHIE
MMOCTOPOHHEro Kpucramia, orauguaoro mo KI'O or
OCHOBHOTO MOHOKpucrasuia. [Ipumenenve Kpucrai-
JIOBOZIOB, IIEPEJNAIOIIUX  MOHOKPUCTALIHIECKYIO
CTPYKTYPy OT CTApTOBOTO KOHyCa U 3aTPaBKH K
yriiaM T0JIOK, TI03BOJIAET U36eKaTh 3aposKIeHU 110-
CTOPOHHMX KPHUCTAJIJIOB, OMHAKO HA IOJIKaX B MeCcTe
coequHeHnus (PPOHTOB KPHUCTAJLIM3AIIMH OCHOBHOTO
MOHOKPHCTA/IA JOTATKA ¥ KPUCTAIIIOBOA WHOTIA
HaOI0IaIN «pasMbIThbie» rpaHulbl (puc. 2). B mpo-
M3BOJICTBE JIOMIATKU C TAKMMH TPAHUIIAMHU OpPAKYIOT
[PHU [IEPBUYHOM (BH3YAJIbHOM) KOHTPOJIE, YTO CHH-
JKAeT BBIXO][ TOMHOTO JIUTHS.

[Ipu wccmemoBaHMM CTPYKTYPHI IMOTEPEYHBIX
Iug)0B, BhIPE3aHHbBIX U3 3aMKOBbBIX II0JOK OTIHBOK
u3 ciutaBa B/KM4, yeranoBuau, 9To c1ab0KOHTPACT-
Hble TPAHHUIILI HA 3aMKe IIPeJCTABJIAI0T CO00H MasIo-
YIJIOBbIE TPAHUIIBI C pPa3oOpHeHTAIned CcyO3epeH
Aagoyy < 3°.

Puc. 3. Tunuunbie Guryps! TpaBieHns Ha GOKOBOHU IIOBEPX-
HOCTH ITWIHHIPUYECKUX MOHOKPHUCTAJUIMIECKUX 00pasIioB
mugrenesoro ciaasa ¢ KI'O (001) (a) u (111) (6)

Ha puc. 3 mpencraBneHbl TUOUYHBIE (PUTYPHI
TpaBlIeHHUA, IT0 KOTOPHIM MOKHO BHU3YAJIBHO OIIpe[e-
aars KI'O orauBoxk [19].

MHuKpOCTPYKTYpY MOHOKPUCTAIINIECKHUX OT-
JIUBOK WCCIEMOBAINA METOJAMH OITUYECKOH WM pac-
TPOBO# MeTaymorpadguu Ha MOTUPOBAHHBIX MHKPO-
urTudax, BEIPE3aHHbIX U3 JIONATOK B IOTIEPEYHOM U
MPOJOIBHOM CEUEeHHUAX Mocie TpaBieHud. Mcmoms-
30BaJIM PEAKTHUBBI CIEAYIOUIUX cocTaBoB: 1) 25 %
HNO;, 25% HF, 3% NaF, ocraanpHOoe —
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X50 500pm 2 1158 BEC 2 20kV X500 50pm

20kV X500

10 60 BEC

7141 1148 SEI

Puc. 4. CrpykTrypa KapOlpOYHbIX HUKEIEBbIX CIIABOB B JIATOM COCTOSHHH: yriaepoacomepskamiero sKC32 (@ — menmppurHas
CTPYKTYypa; 6 — KapOuabl B MEKICHIPUTHOM IIPOCTPAHCTBE; 8 — YIIPOUHSIOIAsA Y'-(pasa B 0CIX ASHIPUTORB) U 6E3yTIePOAUCTOTO

BHEMY7 (2 — mengpurHas cTpykrypa; 0 — sBTeKTHKa (Y + Y)
JEHIPUTOB)

9BT

B MEKIEHIPUTHBIX 00/1aCTAX; ¢ — yIpoYHAoINaa y'-asa B 0cax

Puc. 5. Crpykrypa IpUIIOBEepXHOCTHOTO CJIOSA OTIUBKH 10 (@) u mocie tpasiaenus 20 (6) u 30 muH (8)

H,O(mucr.); 2) 16 % Hy,SO,, 16 % HCI, 3 % CuSO,,
16 % H,0, ocramsaoe — C,H;OH.

Ha puc. 4 npuBeneHbl CTPYKTYPHBIE COCTABIIAIO-
1re yIJIePOACOAep:KaIero u 0e3yriepogucToro
cinasoB JKC32 u B KM4. Bupgwo, 9To 111 MOHOKPH-
CTAJLJIOB ;KApPOIPOYHBIX HUKEIEBbIX CILIABOB XapakK-
TEPHO JEHIPUTHO-TIEHNCTOE CTPOEHHE.

Ws-3a pasmuumii XUMHUYECKOTO COCTAaBa YIPOY-
HAIOIIEH y'-(pasbl U MATPHUIBI CILIABA Y-(pasbl mpu
TpaBiieHUH (XMMHYECKOM WM AHOAHOM) Y'-hasa
pacTBopsercs ObIcTpee.

YBenuueHrie BpeMEHM TPABJIEHHUS MPUBOAMUT K
POCTY BEIWYUHBI pacTpaBa MPHUITOBEPXHOCTHOTO
cinos (MHOTAA 0 3HAYEHWH, IPEBBIIIAIINX IOILyC-
tumbie) (puc. 5). AnamoruuHas KapThHa HabI01a-
ercd B IIpoOIlecCe YIAJIIEHUA CTEP:KHA B pacIliaBe
Ooupropuga Kajaus, B pesysJabrare KOTOPOTo 00pasy-
ercsl TIOBBINIEHHAA IIIePOXOBATOCTh ITOBEPXHOCTH
(0cOGEHHO IpY MOBTOPHBIX IUKIAX yaajaenus) [21].

Ha puc. 6 npencraBneHa MUKPOCTPYKTYpa Kpas
ormmuBKu w3 ciuraBa JHC32 ¢ WM3MeHeHHBIM ITOCiIe

TepMOOOPaAOOTKH HOBEPXHOCTHBIM CJIOEM. ¥ CTAHOBH-
JIA, YTO B WM3MEHEHHOM IIPHUIIOBEPXHOCTHOM CIIO€
(okomo 10 MKM) YacCTHIlbl YIPOUHAMOIIEH Y'-dashl
AMEIOT APYryio (II0 CPABHEHHUIO ¢ HAYAIBHON) MOp-
domoruro, Takxe HAOIIOMAIOTCA BBIIEIEHHUS ILIA-
CTHUHYATBHIX d)as C IIOBBIIIIEHHBIM COJZepHaHueM
BOJIb(ppamMa ¥ peHus.

HanbHelive uccieqoBanus NUIK(OB JOMATOK
TIOKa3ajy, YTO B MECTaX 3aTPyAHEHHOH yCaJKU MO-
HOKPHCTAJIJIMIECKOTO CIIABA B KepaMHU4YeCKOH 000-
JIOUKEe TIPU TMOCIEeAYIOIeM HarpeBe MPHUCYTCTBYIOT
IIOBEPXHOCTHBIE PEKPHUCTAIN30BaHHBIE 3€pPHA, KaK
pesynbTar miaactudeckoi qedopmanmu (puc. 7). Us-
BECTHO, YTO IIOBEPXHOCTHAA PEKPHUCTAILIN3AIIAI
omacHa IiepepacTaHueM B 00bEMHYIO U PasyIlpodHe-
HHUEeM sKaponpoyHoro cruasa [10, 19, 20].

B uccnenyemom obpasite KOIMIECTBO JIUTEAHBIX
IOp B MEKIEHIPUTHOM 00JIACTH OKOJIO SBTEKTHYE-
ckoit y'-dassr cocrasisamo 10 0,05 %, uro xapakrep-
HO JIJIS HAMPABJIEHHO 3aKPUCTAIM30BAHHOTO CILIA-
Ba B jtuToM cocrosuuu. [locie omeparnuu uzocraTu-
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20kV X5,000 S5pm 29 10 44 SEI

a

9043 0960 BE

20kV X3,500 S5pm

& ~
& 6 20kV X1,000 10pm 9042 - 09 G0 BEC 8

Puc. 6. Muxkpocrpykrypa kpas oriiuBku u3 cruiasa JKC32 ¢ HemsMeHeHHBIM (@) ¥ U3MEHEHHBIM IT0C/Ie TepMO0OpabOTKH TOBEPX-

HOCTHBIM citoeM (6, 8)

10pum 10pm 8013

x100

10pm 9189 10425 e - - 2

Puc. 7. PexpucraniuzoBaHubie 3epHa BOJIM3KM MOBEPXHOCTH MOHOKPHCTAJUIMYECKOTO obpasmna us criasa BiKM4 (a), maureii-
Has mopa B MeKAEHIPUTHOM obnactu (6), 3anedenHasn mopa nocie ['UII (8) u cTpyKTypa MHKPOPBIXJIOTHI HA BHEIIHEH CTOPO-

He T0JKH (2)

geckoro npeccoBauus (I'MII) kormenTpaiius MUKPO-
rop ymenbmuaack 10 0,01 %. Ilpu sTom Ha BHer-
Hell CTOpPOHE IIOJIKM M MAaCCHBHBIX 3aMKax H3-3a
HEJIOCTATOYHOM ITOANUTKH MEKICHIPUTHBIX 00Jac-
Tel CIIaBa MPU KPUCTALIU3ANNY 3a(UKCHPOBAIIH
MOSIBJIEHHE MHKPOPBIXJIOTHL.

Takum 00paszoM, MPOBeIEeHHbIE KCCIEIOBAHUSI
BBIABHIHM P 0COOEHHOCTEH MOHOKPHUCTALIIHIECKOH
CTPYKTYPHI OTJIMBOK TYPOMHHBIX JIOIIATOK M3 JKAPO-
MMPOYHBIX HUKEJIEBBIX YIVIEPOACOAEP:KAIUX U 6e3yr-
JIEPOAMCTHIX CIUIABOB MPU KPUCTAIU3AIUUA C KPH-
craurorpacduaeckoit opuenrarueii (001). Tax, k mo-
BEPXHOCTHON PEKPUCTAIU3AIUKA 0ojiee CKIOHHBI
obpasipl u3 6e3yriIepoaucThIX CIUIABOB, MMEIOIINe
MOBBIIIEHHYI0 6JI0YHOCTD JIUTON AEHIPUTHON CTPYK-
Typbl. V3MeHeHWa MUKPOCTPYKTYPBI IIPHUIIOBEPX-
HOCTHOU 30HBI YTJIEPOICOEPIKAIINX CIUIABOB, BEPO-
SITHO, CBSI3aHBI C TU(PPY3HOHHBIM Iepepacipeese-
HHEeM JIETUPYIOIIUX JJIEMEHTOB IIPHU BOSI.[efICTBHH
BBICOKHX TEMIIEPATYP.

Ot1MedeHO TTOSBIEHNE MUKPOPBIXIOTHI B OTIHB-
Kax KakK U3 YIVIEPOICOAepP:KAaIUX, TAK U 0e3yriepo-
IHCTHIX CIJIABOB B MECTAX PE3KOTr0 U3MEHEHHs cede-
HHUA, IPU KPHUCTALJIM3allUK pPaciljyiaBa C BOTHYTBIM
(bpoHTOM, IIPH JUTHE CILIABOB C IIUPOKKM HHTEPBA-
JIOM KpHCTA/LTH3aInu. B KadecTBe Mep mpemynpesk-
JeHus 9TOro MedeKTa MOMKHO MPEIJIOKUTE CIeIyI0-
mee: B KOHCTPYKIIUM 6JIOKA IPELyCMOTPETh IOI0JI-
HHUTEJbHbIEC IIUTATEJIH; IIOBBICUTH TeMHepaTypHBIIjI
rpajueHT Ha (PPOHTEe pocTa MOHOKPHCTAJIA; obec-
MEYUTH TI0 BO3MOKHOCTH ITOJTHOE IIOTPY:KEeHHe JIO-

MMAaTKW B JKUAKOMETAJLIMYECKHH OXJIAQAuTeNb IIPHU
Kpucrasmusanuu. [[1a yerpaHeHus 3aKpbITON MUK-
POPBIXIOTHI HEOONIBIIOT0 pasMepa OOBIMHO JOCTa-
touHo oneparmu ['UII.

Huns xoutpons KI'O MoHOKpHCTALIHYECKOH
CTPYKTYPhI O€3yTIIePOMUCTHIX CILJIABOB B IIOJKE, 3aM-
Ke WIH JI0OBIX APYIHX OTAEIbHBIX 00JACTAX IIO-
BEPXHOCTH, I/l BbIABJIEHBI Cy03epHa, B3aMeH OIIpe-
nenenus KI'O ma crapToBBIX KOHycax Iejiecoobpas-
HO IIPUMEHATh HepaspyllIalolue PeHTTeHOCTPYK-
TYPHBIE METO/IBI C UCIIOJIb30BAHHEM PEHTTEHOBCKOTO
anmapara tumna [IPJIY «KPOC» (onpenenenne KI'O
MOHOKPHCTAIJIA ITPOU3BOAUTCI C IOMOIIBIO CIIEIH-
aIbHO pPaspaboTaHHOW IPOrpaMMbl B MHTEPAKTHUB-
HOM pesKume).
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HNCCJ/IEJOBAHUE XAPAKTEPA PASPYHIEHUS BAJIOB BUHTA
N3 CTAJIA 40XHZ2MA

© Muxann Pomanosumu Opaos, JIapuca Baagmvmuposaa MoposoBa
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HUccrenoBanbl xapakrep U OIPUYHHBI pa3pyllleHNUs BHICOKOHATPYKEHHOTO Bajia BHHTA Iaso0-
TypOuHHOTO ABHraress us cranu 40XH2MA ¢ nmpuMeHeHreM MeToI0B PacTPOBOM HJIEKTPOH-
HOM ¥ OITHUYECKOHM MHUKPOCKOIIMM U PEHTI€HOCHIEKTPAIbHOT0 MuKpoaHanusa. Onpenensnn
XPMHYECKHUH COCTaB, MHKPOCTPYKTYPY M XapakTep paspylleHus (pIaHiieBod 4acTu BajoB
punuTa u3 cranu 40XH2MA. ¥YcraHoBieHo, 4TO XUMHYECKHUI COCTaB Marepuaia Baja BUHTA
COOTBETCTBYeT TPeOOBaHWAM HOPMATHUBHOU IOKYMEHTAITHUH, Ned)eKThI MEeTAJUIypPTHIecKOro
IIPOUCXOKIEHUA KaK B METAJUle BAJOB, TaK M B yCTAJIOCTHBIX H3JIOMAxX OTCYyTCTBYIOT. Bee
BBIIBJIEHHBIE TPEIMHBI 00Pa30BAIICH B IIPOIlECCe SKCIUIyaTAlUyd ¥ PasBUBAIHCH II0 yCTa-
socTHOMY MexaHu3My. Ouaru 3apo:KJeHUs YCTAIOCTHBIX TPEL[WH B BajlaxX BUHTA — 30HBI
(bperTHHT-M3HOCA U PPETTHHI-KOPPO3UOHHOTO IIOBPEKIEHIUS IOBEPXHOCTH B OTBEPCTUSA 10
unuabKy. [Ipransoit 06pazoBaHusa U pasBUTHUA YCTAIOCTHBIX TPEIUH Ha (hIaHIe Bajla BUH-
Ta SIBJISETCS BBICOKHI YPOBEHb KOHTAKTHBIX HAIPSKEHUN B Tele (uiaHIa, CBI3aHHbIHA C He-
YAOBJIETBOPUTEJIBHBIM COIIPSIKEHUEM HOBerHOCTeI./JI NJIUIIEBOTO CTBhIKA BCJIEACTBHE 3HAYH-
TEJIFHOTO (PPETTUHT-KOPPO3UOHHOTO TIOBPEKICHNUS IILUTUIEB ¥ BUOPAI[HOHHBIX TIOBPEKICHUH.
Ha ocuoBanwy mipoBeieHHBIX UCCIENOBAHUN pa3paboTaH KOMILIEKC PEKOMEHAAINH U Mepo-
MIPUATHIA 10 YCTPAHEHUIO HeOIAronpuaTHHIX (hakTopoB. s mpemxoTBpalienus 00pasoBaHus
¥ pasBUTHUA YCTAIOCTHBIX TPEIINH B IIUIHIIEBOM (bIaHIe Bajia BUHTA B IIPOIECCE SKCILIyaTa-
OUY PEKOMEH/IOBAHO: OITHMU3MPOBATH YCHUIHE 3aTSKKM IIIUIIEBOTO CTHIKA; BBECTH KOH-
TPOJIb Ka4dYeCTBa COIIPAKEHUSI KOHTAKTHBIX HOBerHOCTeI./JI IOIIAIIEBOTO0 CTBhIKA IIPHU 3aMeHe
BO3/YIIHBIX BUHTOB; IPOPab0oTaTh BOIPOC AUHAMIIECKOU OAJIAHCHPOBKHU BO3/LYIIIHBIX BUHTOB
B IIPOIIECCE IPOU3BOACTBA U IIPH MX PEMOHTE.

KaroueBbie ciI0Ba: yCTaIOCTHOE paspylleHue; (PPeTTHHI-KOPPO3HUs; CTAIb; TPEIIHHbL,
(parrorpadsa; Basr; ra30TypOHMHHBIN JBUTATENb; (DPETTHUHT.

STUDY OF THE NATURE AND CAUSES OF DAMAGE
OF 40KhN2MA STEEL PROPSHAFTS

© Mihail R. Orlov, Larisa V. Morozova

All-Russian Scientific Research Institute of Aviation Materials, Moscow, Russia; e-mail: morozovalv@viam.ru

Submitted May 24, 2017.

The nature and character of the destruction of the high-loaded airscrew shaft of the gas turbine engine
made of steel 40KhN2MA are studied using the methods of scanning electron and optical microscopy
and X-ray spectral microanalysis. We determined the chemical composition, microstructure and char-
acter of destruction of the flange part of the shaft. It is shown that chemical composition of the shaft
material meets the requirements of the regulatory documents and defects of metallurgical origin are
absent both in the metal of the shaft and in the fatigue fractures. All the identified cracks have been
formed during operation, and developed according to the fatigue mechanism. Zones of fretting-wear
and fretting-corrosion damage to the surface in the stud holes are the foci of the fatigue crack birth in
the airscrew shaft. The cause of formation and development of the fatigue cracks in the shaft flange is a
high level of contact stresses in the flange body, attribute to a poor quality of the interface of the splined
joint due to significant fretting corrosion damage to the splines and vibration damages. A set of recom-
mendations and measures aimed at elimination of the adverse factors is elaborated. To exclude the for-
mation and development of fatigue cracks in the splined flange upon operation, we recommend to: opti-
mize the tightening torque of the splined joint; introduce quality control of the interface between
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contact surfaces of the splined joint when replacing the airscrews; address the issue of dynamic balanc-
ing of the airscrews upon their production and repair.

Keywords: fatigue failure; fretting-corrosion; steel; cracks; fractography; shaft; gas turbine engine;

fretting.

B oTBeTCTBEHHBIX TIKEIOHATPYKEHHBIX KOHCTPYK-
MUSIX ABUAIIMOHHBIX Ta30TyPOMHHBIX IBUTATENEH
(I'TI) wmcronb3yoT TepMuuecKku obpabaTbIBaeMble
CpefHeyTIePOUCThIe U JIETUPOBAHHBIE CTAJIH, HE
YyBCTBUTEJbHBIE K OTIIyCKHOM xpynkocty [1]. K Ta-
KHM KOHCTPYKIIMSAM OTHOCATCS Bajbl, IIpeaHAa3Ha-
YeHHbIE [[JIA Tepefadn KPyTAIero MOMeHTa Ha BO3-
nyurabri BuHT. OHE OABEP:KEeHBI TeHCTBUIO KPYTS-
X MOMEHTOB, H3THOAIOIUX HATPY30K, BUOPAIIHILL;
obpasoBaHue TPEIIUH B 00JacTy (hIaHIa U LINIEB
MOKET MPUBOAUTH K BO3HHKHOBEHHIO aBAPUHHBIX
CUTyaITu# B IIpoliecce dKCILTyaTranuu [2 — 4].
®perTuHr HpeacTaBIgeT cobo IPoIece U3HOCA,
COITPOBOKIAIOIIMICA TTOBPEKICHNEM H yIaJeHUeM
TIOBEPXHOCTHBIX CJI0EB MeTajia. SaMKHYTOCTh KOH-
TAKTHOTO IIPOCTPAHCTBA HCKIIOYAET BO3MOYKHOCTD
yAalIeHua MPOAYKTOB M3HOCA, YTO IPUBOIUT K yBe-
JINYEHUIO CJI0A OKHUCIEHHOTO MeTaljia, UMEOIIero
Gosbinrie 00BEM U TBEPOCTD, POCTY HAIPSIKEHUN B
30HE KOHTAKTA ¥ BO3HHKHOBEHHIO YCTAJIOCTHBIX
MuKpoTperuH. MexanusMm (pperTuHra BEKIOYAET B
cebsi Kak (PUBUKO-XUMUYECKHE IIPOILIECChI, IPOTe-
Kale Ha MOJEKyJIAPHOM YPOBHE, BCJIEICTBHE
Yero B 30HEe KOHTAKTa 00pasyioTcsd OKHUCIBI MeTal-
JIOB CONPSKEHHBIX aerasiedl ((ppeTTHHT-KOppos3usd),
TaK ¥ MeXaHWYeCKHe MPOIlecChl paspyIllieHus u ab-
PasUBHOTO M3HOCA B 30HE KOHTAKTA B CYOMUKPOCKO-
MAYECKUX M MAKPOCKOIIMYECKUX 00bheMax IT0BepX-
HOCTHOTO CJIOA [eTajei. TU MPOIEeCChl TECHO CBA3a-
HBI MEKAY CO00# U MO-pasHOMY BIHAIOT HA COIPO-
THBJIEHHE ycTanaocTu (pperTunr-ycramaocts) [5 — 7].

UccnenoBanme ciiy4aeB DKCILIyaTAIlMOHHBIX
paspyleHni T03BOJIsSET He TOIbKO YCTAHOBUTH IIPH-
YUHY WX BO3HHUKHOBEHWs, HO W paspaborarh KOM-
IJIeKC PeKOMEeHJalluil ¥ MepOIPUATUH II0 yCTpaHe-
HHIO HeOJIaronpusaTHBIX axkTopos [8 — 12].

Ilens paboTbr — mccIemOBaHUE IPUYUH 00pa30-
BaHUA TPEIUH HA (DIAHIEBOH YACTH BAJIOB BHUHTA
asuarmonHoro ['T/l. Pabora BeimosHeHa B pamMKax
peantusaniu KOMILUIEKCHOTO HAYYHOTO HAIIPABIEHUA
8.3.: BricokompoyHble HAHOCTPYKTYPHPOBAHHBIE
KOHCTPYKITHOHHBIE CTAIH U AU(PPY3HOHHBIE TIOKPHI-
tusa («Crparernyeckre HaIpaBIeHUd PA3BUTHUA Ma-
TepUAaIoOB U TEXHOJIOTHH UX IepepaboTKy Ha IIePHUOJ
o 2030 roga») [13].

Ban BuHTa H3TOTABIMBAIOT M3 KOHCTPYKIIMOH-
Holt nmerupoBanuoi cramu 40XH2MA crexnyrorero
XUMHYECKOro cocrasa, % macc. (cormacao I'OCT
8479-70 u TY 108.13.32-88): 0,37 -0,44 C; 0,17 -
0,37 Si; 0,50 - 0,80 Mn; 0,60 - 0,90 Cr; 1,25 - 1,65

Ni; 0,15 - 0,25 Mo; <0,025 S; <0,025 P (ocHoBa —
Fe).

HccnemoBanme BKIIOYAIO B cebs:

BUBYAIbHBIA 0CMOTp, (DOTOCHEMKY BAJIOB BHHTA
U ero )parMeHToB;

aHAJIN3 TTOBEPXHOCTHU U BUAIWUH NLIUIEB, (haaH-
[EBOM YACTH BAJIOB C UCIIOJH30BAHUEM OIITHIECKOTO
aHaIN3a,;

XUMHUYECKUN aHaIN3 HA COOTBETCTBHE MapKe
cTanm;

PEHTTeHOCIIeKTPATbHbBIH MUKPOAHATHUS;

dparTorpadruecknii aHaIN3;

ompesieieHre MUKPOCTPYKTYPHI;

“3MepeHne TBEPLOCTH.

HccnemoBanre MHUKPOCTPYKTYPhI M H3JIOMOB
cramu 40XH2MA mpoBoauiu Meromamu pacTpPOBOM
a7eKTpoHHON MuKpockonuu (POM) ma simexkTpoH-
HOM MuEKpockorre JSM-6360LA, ocHamesHoOM cucre-
MOI BHEPTOUCIIEPCHOHHOTO0 PEHTTEHOCIEKTPAIbHO-
ro mukpoananusa (PCMA) [14, 15]. IToBepxuocts u
BOAIUHBI IIUTKIEB, (DIAHIIEBYIO YACTh BAJIOB HCCIIE-
IOBAJIIM C TIPUMEHEHWEM OINTHYECKOTO MHUKPOCKOIA
Olimpus. XuMu4ecKuil cocTaB Marepuasa OIpefe-
JISATA PeHTreH0()IyOPEeCIeHTHRIM MeTOIOM Ha CIIeK-
tpomerpe S4 EXPLORER u onTukosMucCHOHHOM
crexrpomerpe APL 4460.

1 mpoBemeHHWsA WCCIeIOBAHHE BajaM ObLIH
TIPUCBOEHBI YCIOBHBIE HOMepa. BhIABIeHHbIE yCTa-
JIOCTHBIE paspyllleHus BAJOB BUHTA MOKHO pasjie-
JIUTH HA TPU OCHOBHBIE TPYIITIHI:

1) ycranocTHBIE TPEIIUHBI OT (PPETTUHT-KOPPO-
3MOHHOTO TIOBPEKIEHUS INLIUIEB C MOCIEIYION[NM
WX Pa3BUTHEM B KOJbIIEBOM HAIPABJIEHUHU 110 OTBEP-
CTHUAM TIOJ MIMUJIBKK 6e3 BBIXOA HA IHINHApPUYE-
CKYIO 4acThb Bajia u 6e3 oThesaeHus (aania Bana;

2) ycTaloCTHBIE TPEIIUHBI 0T (PPETTHHT-KOPPO-
3MOHHOTO TOBPEKIEHUA YKOPOUEHHBIX IIITUIIEB WIH
30HBI BBIXO/IA MEKIIIUIIEBON BIAAWHBI CO CTOPOHBI
MaJIor0 MOAYJsA Ha 00pasyIoIyi0 MOBEPXHOCTb OT-
BEPCTHA IO UITUIBKY C IIOCIEAYIONAM UX PA3BUTH-
€M B paguajbHOM HAIIPABIEHWH W BBIXOJOM HA IIH-
JUHAPUYECKYIO YaCTh Baa;

3) ycTanoCTHBIE TPEIIUHbI B 30He (DPETTUHT-H3-
HOCA 110 YIIOPHOMY OYPTHKY C MOCIEAYIONIAM UX Pas-
BUTHEM B CTOPOHY HAPYKHOU 00pa3yroIiel IIHIHH/I-
PUUECKOi YacTH, He MPUBOAIINM K MaKpopaspyIie-
HUIO Bajia BUHTA.

IlepBas rpymma paspyiileHHi xapaKTepHa g
BanmoB Ne 1 u 2 (puc. 1). 3apokaeHne yCTaIOCTHBIX
TPEIIWH B STHUX BaJaX HAYMHAETCH HA ILIAIAX B
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Puc. 1. YcranocrHoe paspyuienne Banos suata Ne 1 (a, 6) u
Ne 2 (s, 2): @, 8 — nByCTOpOHHEE PPETTHHT-KOPPO3UOHHOE T10-
BpEJK/IEHNe LUINIEB B 30HE 3apPOKAEHUS YCTAIOCTHBIX Tpe-
IIWH; 6, 2 — BCKPBITHIE YCTAIOCTHBIE TPEIIUHBI HA [IUIUAIAX

30He (PPETTUHT-KOPPO3UOHHOTO ITOBPEKAEHU C II0-
CIEeIyIOIINM HX PasBUTHEM B Teno (pIaHIa B Ha-
MpaBJIeHUH NIPOTUB Bpainenus Bajia. [[aa Banos, oT-
HECEHHBIX II0 XapaKTepy paspylleHusd K IepBOU
rpyIme, XapakTepHO PAas3BHUTHE YCTAJIOCTHBIX Tpe-
IAH B OKPYKHOM HAMPABICHUM C TMOCIELYIOI[AM
BBIXOJIOM HA OTBEPCTHS O[] IIuabKu. [locie BbIxo-
Ila B OTBEPCTH:A IO HIMUIbKY IBU;KEHHE yCTaIO0CT-
HBIX TpEIIMH MpeKpamaercd. Kak mpaBwio, aTu
TPELUHBI HE BBIXOAAT HA MPOTHBOMIOJIOMKHYIO IIO-
BepxHOCTh (panma. PaszButue ycTamocTHBIX Tpe-
I[AH B OKPY’KHOM HAIIPABJIIEHUU He MPUBOIUT K 00-
phIBy (oiiaHIla Bajia BUHTA B OKCILIyaTAIIHH.

s BanoB Ne 3, 4 u 5 xapakrepua BTopas rpyii-
ma paspymenunit. Pparment dgranna santa Ne 3 10 u
T0CJie BCKPBITUA YCTAIOCTHOM TPEIUHBI IIPECTaB-
JIeH Ha puc. 2.

Pesynbrarer  dpakxrorpadiaeckux — wuccieno-
BaHUH MMOKA3aJIN, YTO TPEIMHA 3aPOAUIACH IO BIIa-
JIUHE YKOPOUYEHHBIX IIJIUIIEB CO CTOPOHBI MAJIOTO MO-
nyns. B mporiecce sKcmuryaTamuu ycraaocTHaAs Tpe-

Puc. 3. YcranoctHoe paspymenue Bajga Ned: @ — 30HBI
Pas3BUTHA YCTAIOCTHBIX TPEIIUH B Teje nuruia (crpenka 1)
¥ B Tene (aHIA B PAIUAIbHOM HanpaBieHuu (cTpenka 2);
OTBETBIIEHUE YCTAJIOCTHON TPEIIWHBLI B 30HY COCEJHEro OT-
BepCTHs MO IIMUIbKY (CTpeska 3); 6 — BCTpeYHast yCTarocT-
Hasg TpenipHa OT Me}KH.IJIPII.IeBOfI BIIaAUHBI YKOPOYEHHBIX
I[IUIKIL COCETHET0 OTBEPCTHUS IO IIMUIBKY

II[MHA Pa3BHUBAJACh B OCEBOM HAIPABICHWM BaJa
¢ pas3BopoTOoM (PPOHTA B CTOPOHY OTBEPCTHS TIIOJ
HIMWIBKY ¥ B CTOPOHY BHYTPEHHEH ITOBEPXHOCTU
Bajma. B 30He BBIXOZA MEXIJIHIEBOM BIASUHBI
Ha TJIAIKYI0 MOBEPXHOCTH (PIaHIla CO CTOPOHBI Ma-
JIOTO MOJYJIA YCTAJOCTHAS TPEIWHA PasIBOUIACH
(puc. 2, 6). Cnenyer nmpenmnoaaraTs, 9To B ciiydae He-
BBISBIIEHUS STOM TPEUIUHBI IIPU PEMOHTE OHA [OJIK-
Ha ObLIa PA3BUBATHCA B PAIUAIBLHOM HAMPABICHUN
C IIOCIEeAYKIINM BBIXOOOM Ha TajaTeIbHBIA paonuyc
mepexoza (pIaHIEA K MUIHHAPUIECKOH YacTy Baja.
®parment ¢rania Baza Ne 4 co BCKPBITOH ycTa-
JIOCTHOM TPEIUHOM IpeCTABIEH HA PUC. 3. 3apOiK-
JIeHMe YCTaJOCTHOM TPEIUHbI HAYAIOCh OT 30HBI
(bpeTTHHT-KOPPO3HOHHOTO TTOBPEKICHNUSI YKOPOUIESH-
voro nurura. [locme pasBuUTHA TpENIUHBI B TEIO
IIJTAIIA W BBIXOA HA €ro IIPOTHUBOIIOIOKHYIO IIO-
BEPXHOCTh O0BEMHBIE HANPIKEHUs Iepepacipese-
JIWINCh, YTO MPHUBENO K PAa3BOPOTY HANPABIEHHUA
ee nmBuikeHus BrIyOb iamma. Korma ycramocrHas
TpeIMHA BHIILIA HA TJIAIKY0 TOBEPXHOCTh (hIaHIa
CO CTOPOHBI MAaJIOTO MOMYJIs, IPOH3OIILI0 ee pas-

Puc. 2. Ycramocraoe paspymenre danmna Bama Ne 3: ¢ — QpeTTHHI-KOPPO3HOHHOE IIOBPEKIeHUE IIIIUIEB; 6 — YCTAIOCTHAS
TpeL[HA 110 MEKIIUINIIEBOH BIAJUHE CO CTOPOHBI MAIOTO MOYJIA C BHIXOJ0M HA BHYTPEHHIOI KOHUYECKYIO IIOBEPXHOCTH BAJIA;
6 — (pparMeHT BCKPBITON YCTAIOCTHOM TPEIUHbBI
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Puc. 4. Oparment ycramoctHOro paspyuienus dianiia Bana BuHTa No 5: ¢ — mepBuYHadg yCTalI0CTHAA TPEIIUHA B TeJe NIINIA,
Pa3sBUBLIASACA OT y4acTKa (PPEeTTHHT-KOPPO3MOHHOTO MOBPEKAEHUA Pabouedl MOBEPXHOCTH YKOPOUEHHOTO ILIUIA CO CTOPOHBI
MaJjIoro Moy (30Ha 1); 6 — cxeMa IepBOTo HTAIa YCTAIOCTHOTO paspyIeHus (PiaHiia Bajia; 8 — MOBEPXHOCTb BTOPHUYHOM yCTa-
JIOCTHOH TPEeIuHbI C OTMEYEHHBIMHU 30HAMH,; 2 — CXeMa PacCIIPpOCTPaHEeHUd TPEIIUHbI C OTMEYEHHBIMU 30HAMU PA3BUTHUA

nBoenrie. OHa yCTaJIoCTHAA TPEIIMHA ABUHYJIACH B
CTOPOHY COCETHET0 OTBEPCTHUS IIOJ IIITHUIbKY, a BTO-
pad — Mo CIUpaIu B CTOPOHY TaJITEIHHOTO IIePexXo-
Ia (praHna K MHINHIPUIECKOH YaCTH Baa.

OnmHOBpEMEHHO ¢ JBIKEHHEM YCTAIOCTHOHN Tpe-
IIUHBI B CTOPOHY COCETHET0 OTBEPCTUS IO/ IIMUIIb-
Ky OT 3TOTO0 OTBEpCTHS HABCTPedy el cTapToBaa
ellle OJHA yCTAJIOCTHAA TPeILlUHAa C JIUHEHUHBbIM 04a-
TOM II0 MEKIILTUIIEBOM BIAANHE CO CTOPOHBI MAJIOTO
Moaysa. PasBurue BTOpPO#H TPEIHUHBI OBITIO OCTAHOB-
JIEHO Pa3TPy3KoH (hbaHIla B Pe3yIbTaTe ABUKEHUT
TIEPBUYHON YCTAJIOCTHOH TpelmuHbI. BeTpeuHoe nBu-
JKEeHUEe YCTATOCTHBIX TPEL[WH IPHUBEIo K 00pasoBa-
HUIO TOHKOTO «KO3bIpbKa» (pHc. 3, 6).

C TOYKM 3peHus WHTEePIpPeTAlNH IPHIUHBI 3a-
POXIEHUS W PAasBUTHS YCTAIOCTHBIX TPEUIUH B
[ITUIIEBO YacTy paHIia Bajsia BUHTA 0COOBIH HHTe-
pec npexncrasngeT Bax Ne 5. @parmeHTHI yeramoct-
HOTO paspylieHusa (uanmna Baga Ne 5 u cxeMmbl pas-
BUTHUS TPEITWHBI IPeICTaBIeHbI HA PUC. 4, TIe BU/-
HO, YTO IEPBOHAYAIbHAS TPEIMHA CTAPTOBaIa OT
paboyell OBEPXHOCTH YKOPOUEHHOTO IIUIMIA OT

Mecta (PPETTHUHT-KOPPO3MOHHOTO TMOBPEKICHUA U
pasBuBanach B miaockoctu ¢uiania (3oua 1). Bro-
PBIM 9TAIlOM YCTAJIOCTHOTO paspyllieHus raHia
OBLIO 3apOKIEHHEe YCTAJIOCTHOH TPEIUHBI OT IIO-
BepxHOCTH u3noMa nuruna (3oua 2). Ilpuaunoit 3a-
pOKIEeHUA U Pa3BUTHUA BTOPUYHOU YyCTAIOCTHOM
TPeIIuHbI B TeI0 (hJIaHIa ABHIACH Pas3TPy3Ka YKO-
POYEHHOTO IILTHIIA TIPYU €ro YCTAJIOCTHOM paspylie-
HUVW ¥ BO3HUKHOBEHHWE BCJIEJICTBUE JTOTO PACTSITH-
BaKIIuX HaHpﬂH{eHI/Iﬁ B IINIOCKOCTH OCHOBAaHUSA
[UTUTA OT YCUIUH 3aTSKKN TalKu. 30HA 2 PA3BUTHS
YCTAJIOCTHOM TPEUUHBI PACIIONIOKEHA IO YIIOM
+45° K I0CcKOCTH (hJIaHIla B HAIIPABIEHHH €ro Bpa-
IeHusA. PasBuTre ycTasoCcTHONU TPeIIuHBI B 30He 2
OCTAaHOBHJIOCh B MOMEHT ee BBIXO/[a Ha IJIAIKYI0
BHYTPEHHIOI0 TTOBepxHOCTh (pranma. Ilocie sToro
aTama yCTAJOCTHAS TPEIINHA pasieluiach Ha JBe
(amamoruuno paspyiennio Bajga Ne 3). Oguako mpe-
MMYIIIECTBEHHOE pA3BHUTHE TOJIYYWUTIa TPEIuHA
(30Ha 3), ABMIKYyIIAdCST B Tese (IaHIa B HAIIPABIIE-
HUY TPOTHB €r0 Bpal[eHHs Ioj yrioM +45° K ero
ILIOCKOCTH.
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X4

x2000 o

Puc. 5. Mopdoiorusa ycranocraoro paspyurenus ianna Bana Ne 5 B 30He 2 Ha ydacTKax COXpaHUBIIErocs MHUKpopeiabeda:
a — o0t Buz (pparMenTa; 6 — 2 — IHOBEPXHOCTH YCTAIOCTHOU TPEIIUHbI

Ilo mepe pasBuTHA MarucCTpaIbHOU TPEIIHUHBI
(3oHA 3) B HAIPABIEHUM COCEIHETO OTBEPCTUS IO
IIMTWIBKY U PaJuyca TaJITeIbHOTO Mepexona K ITu-
JMHIPUYECKOM YaCTH Baja, 30HA 2 YCTAIOCTHOTO
paspylIeHns MOIy4rIa He3HAYUTEIbHBIH IPHPOCT
B HampaBjeHuwW BpaieHus Bama (3oma 4). Ilpm
BCKPBITHH H3JI0Ma 30HA 4 YCTAIOCTHOTO paspylie-
HUS He Oblia BCKPBITA, W 10 BHYTPEHHEH MOBEpPX-
HOoCcTH (hiaHIa (B MecTe ee BbIXO/[A) M3TOTOBJIEH Me-
TajmorpaduIecKuil MIHQ I/ UCCAeIOBAHUM,

®pakTorpaduueckre MCCIeOBAHUI (PparMeH-
TOB YCTAJIOCTHBIX U3JIOMOB M WCCJIEOBAHUS METAJI-
sorpacduueckoro nuinda danma sana BuaTa No 5
MTOKA3aJW, YTO BCE 30HBI PA3BHUTHUA YCTAIOCTHOTO
paspylieHus HMEOT 3HAYUTEIHHOE IOBPEKIeHNe
IMOBEPXHOCTH B pesyibrare (PpPerTHHra, 00yCJIOoB-
JIEHHOTO CMBIKAHUEM 00pa3yIIUXCA TOBEPXHOCTEH
M WX MHKpOIIEpeMeIeHreM B IIpoIlecce paboThl
Basna. B 30Hax coxpaHuBIIErocs MUKpopenbeda mo-
BEPXHOCTh YCTAJOCTHBIX TPEIIUH HMEeT Cl'IeIII/I(bI/I-
YECKYI0 MOP(OJIOTHIO, TUIIMYHYIO JJIS YCTAJIOCTHOTO
paspylIeHns OTILYIIEeHHOTO MAPTEHCUTA.

B mporecce ucciemoBanus ¢pparMeHToB Baja
Ne 5 ocoboe BHEMaHME OBLIO yaeIeHo 30He 2 ycrao-
ctHOrO paspymenusd (puc. 5). [Ipu dparxrorpaduae-

CKOM HCCJIEIOBAHUU 30HBI 2 B MeCTaX C COXPAHUB-
IIAMCST MUKPOPEIhepoM paspylieHus TOBEePXHOCTD
M3I0Ma WUMeeT BHUJ, TUIHYHBIH [JIs YCTAIOCTHOTO
paspymenns cranu 40XH2MA co crpykrypoii oriry-
meHHoro Maprercura (puc. 5, 6 — 2). Ha ocaoBanuun
9TUX PE3yJbTAaTOB MOKHO YTBEPIKIATh, UTO 30HA 2 B
uznome pranra Bama Ne 5 umeer Takike yCTaIOCT-
HBI XapakTep U SBISETCI OTPaKEeHHUEM OJHOTO W3
9TAIOB paspylIeHus raHIa.

Ananmus Mera/rorpauUUecKoro mnuiuda, usro-
TOBJIEHHOTO B MECTE BBIX0/Ia YCTATIOCTHOM TPEIIUHBI
(3oHa 4 Ha puc.4) HA BHYTPEHHIOI IIOBEPXHOCTH
dranma Basa Ne 5, moxasasr, 4To TpeluHa 3aIoJIHe-
HAa KOHTJIOMEPATOM CIIPECCOBAHHBIX OKHCIOB METAJI-
J10B, BXOmAux B cocrae cranu 40XH2MA, mpomu-
TaHHBIM YTJIEPOACOIEPIKAIINM MATEPHUAIOM. SHAYU-
TeJIbHOE COfAep:KaHUe B Marepuase, 3aIl0JHAIOIEM
TpelyHy, yriepoja U OTCYTCTBHE B HEM TAKHUX XH-
MHYECKHX 9JIEMEHTOB, Kak cepa, d¢ocdop, asor,
KalabIlU¥, MarHu{, KpeMHUH U Jp., II03BOJIAIOT
YTBEPIKAATh, YTO STOT MATEPHAT HE MOKET Ipe-
CTaBIATH COOOM HU OfIMH W3 TAKUX METaJIyprude-
cKux 1ed)eKTOB, Kak Cyab(uabl, ocuabl, HUTPH-
IIbI, a TAK/Ke IJIAKOBBIE IUIEHOYHBIE BRIIOYEHNU.
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Puc. 6. YcramocTHble TpemnuHBL OT (PPETTUHT-H3HOCA 10 YIIOPHOMY OYPTHKY B 30HE TajlITeIbHOTO Iepexona Bajia BHHTA Ne 6:
a — oburuit Buz hparmMenTa (cTpeIKaMy OTMeUeHbI YCTATO0CTHDIE TPEIUHEI II0 YIOPHOMY OYPTHKY); 6 — BCKPBITAA YCTAIOCTHAS

TpernuHa

SHaunTeabHOEe (B CpaBHEHHH CO CTajbio
40XH2MA) comepsxanve B Marepuaje, 3amOJIHA-
IOII[EM TPEIUHy, YIJIepoJa WCKII0YaeT BO3MOK-
HOCTb 00pa30oBaHWA OKHCJIOB MeTajjia B IIpoIecce
ropsJeil medpopManuy 3aroToBKu Basa. Mccnemosa-
HUEe CTPYKTYPhI CTATH B 30HE TPEIUHBI U BIAIH OT
Hee TOATBEP:KIaeT HeM3SMEHHOCTh MOP(OIOTHH BHI-
COKOOTIIYIIIEHHOTO MAPTEHCUTA, YTO CBUIETEIbCTBY-
er 00 OTCYTCTBHUY KAKUX-THOO0 HATPEBOB (HApUMeED,
CBSI3aHHBIX C TepMOOOPAbOTKOM Bajiia) B IIpollecce
WU TT0cie 00pa30BaHUS TPEIHHbL.

Ha ocHOBaHWH BBIIOTHEHHBIX HCCIEJOBAHUN
MOKHO 3aKJIIOUYUTDH, YTO MATEPUAJ, 3ATIOTHAIOIIUN
YCTAJIOCTHYI0 TPEIIUNHY, IPEACTaBIgeT CcOoOOH IIpo-
MacjaeHHbIe IPOAYKTHI (PPETTUHT-KOPPO3ZHOHHOTO
HU3HOCA.

Ilocme wmeramnorpauyecKkux HCCIeIOBAHUHA
uutnga pparmenta Bama Ne 5 ycrasgocTHas TpeIu-
Ha (30HAa 4) 6bLIa BCKPBITA 118 (hpaKTOrpadpuIecKux
uccnenopanwnii. Ha moBepxHOCTH BCKPBITOH TPEIIH-
HBI 0OHAPYIKEHBI CIIPECCOBAHHBIE MPOAYKTHI (PpeT-
THHT-U3HOCA, KOTOpble OBLIM YAAJeHbI C IOBEPX-
HOCTEH M3JI0Ma C ITOMOIIBIO YIbTPA3BYKOBOH OYHCT-
KH C HCIIOIH30BAHUEM OPTAHHYECKOTO PACTBOPHUTE-
s, AHATU3 BCKPBITOM TPEIIUHBI C BBIXOJOM HAa II0-
BEPXHOCTb METALIOrPaduIecKoro uruda moKasai,
9TO B 30HE 4 yCTAJIOCTHAA TPEI[MHA MMeeT Xapak-
TepHbIE JUHUM OCTAHOBKM (PPOHTA €e JBUIKEHUsd,
COOTBETCTBYIOIIIME IIOJETHBIM ITUKIaM. Ha mosepx-
HOCTHU W3JI0Ma, CMEKHOH C IOBEPXHOCTHI0 MeTal-
J0TpaUIECKOT0 HLIH(A, OTIYETIHUBO HPOABIAETCA
MHUKPOCTPYKTYpa MAapTEHCHTA, BBLITPABICHHAA B

mpoiiecce TPEMapupoOBKH  MeTauorpadudecKoro
nuTuda A 3IeKTPOHHO-MUKPOCKOTTHYECKUX UCCIIe-
noBauwmii. MUKPOCTPYKTypa MAapTEHCUTA HA MTOBEPX-
HOCTHM YCTaJIOCTHOTO HM3JI0Ma OuYepeHOH pas IIof-
TBEP/KIAeT OTCYTCTBHE KAKHMX-TH00 HATPEBOB Me-
TaJlyia Toc/ie BO3HUKHOBEHHS TPEIIUHbBI B 30HE 4.

Takum obpasom, mcciaeqoBaHUA (JIAHIA Bajia
BuHTA Ne5 IIOMHOCTBIO IMOATBEPHKIAIOT YCTATIOCT-
HBI MEXaHN3M Pa3BUTHSA TPELIUHBI OT ee 3apOosKie-
HUS JI0 BBIXOJIA 3a Ipeesbl PhJIaHIa, a TAKKe OTCYT-
CTBHE B H3JI0ME KAKUX-THOO MEeTaJLIyprHYecKux
neeKTos.

Tperbs rpynma paspylieHds IPUCYINa Bairy
Ne 6, pparMeHT KOTOPOTO TIpejcTaBIEH Ha puc. 6.
OCo6eHHOCTBI0 HTOTO BHA YCTAIOCTHOIO paspylie-
HUS ABJAETCA IOSIBIIEHHME (PPETTHHT-U3HOCA OIOp-
Horo Oypruka 120 MM BeaencTBue ociaabIeHUs
3aTKKN JeTANeH MaKeTa Ha BaJly BUHTA. Saposkie-
HHe YCTAJTOCTHBIX TPEITWH Ha BCEeX BalaX 3TOH rpy1-
MBI TIPOMCXOIUT HPAKTHUYECKH B OJHOM W TOM JKe
MeCTe C TOCIEAYIOIIUM PA3BUTHEM TPEIIUH B CTOPO-
Hy HApY’/KHOTO AMaMeTpa B HAIpaBJeHHH (IaHia
Basia. OTH yCTAJIOCTHBIE TPEIIUHBI He MPUBOIAT K
00pa30BAHUIO KOJBIEBOH YCTAIOCTHOW TPEIUHBI C
IIOCJIeAYIOIUM OOPBIBOM (hyIaHIIA.

HccnemoBanre MeTOIOM PACTPOBOM 3IIEKTPOH-
HOW MHMKPOCKOIHU MMOBEPXHOCTH YCTAJIOCTHOU Tpe-
IUHBI Ha (parmenTe Baja Ne 6, mpencTaBIeHHOM
Ha puc. 6,6, mocie ymaJleHus MIPOLYKTOB per-
THHT-KOPPO3MOHHOTO H3HOCA TIO3BOJIUIO O0HApY-
JKATHh MHOKECTBO YUYACTKOB COXPAHHUBIIIETOCS Pebe-
(ha ycramocTHOrO paspylleHus, UMEIOIIUX Xapak-
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Puc. 7. MukpocrpykTypa ormyiieHHoro Mmaprescura B cranu 40XH2MA nocne Tpasnenna mnda B 5 %-HoMm pactsope HNO,

B 3TUJIOBOM CIIpPTE

TEPHYIO A MAPTEHCHUTHOM CTalIW MOP(OJIOTHIO,
WeHTUYHYIO IIPe/iCTaBIeHHOH Ha pHuc. 5.

CrexkrpanbHBIN aHaIu3 (PPArMEHTOB HCCIIENO0-
BaHHBIX BAJIOB MOATBEPIUJI COOTBETCTBHE UX COCTa-
Ba xumudeckoMmy cocraBy cramu 40XH2MA cormnac-
HO TPeOOBAHUAM HOPMATHBHOH JIOKYMEHTAIIHH.

TBepmocTh 00pasIfoB, BBIPE3AHHBIX W3 WHC-
crenyeMbix (PparMeHTOB BAaJIOB, TaKKe OTBEYAEeT
TpebOBaHUSAM HOPMATHBHOH mokymeHTarmu (290 —
331 HB).

B MmurpocTpyKType Meraiiia BAJIOB OTCyTCTBOBA-
I Kakue-mub0 MeTaryprudeckrie med)eKThl; OHA
mpeAcTaBiaana Cco00M  OTHYIEHHBIH MApPTEHCUT
(puc. 7).

B pesynbrare uccnemoBanuii paspyiieHHbIX Ba-
soB BuHTa u3 cranu 40XH2MA monydens! ciemyro-
e PesyIbTaTh:

1) XuUMHUYECKHI COCTaB MaTepuajia Baja BUHTA
COOTBETCTBYeT TpPeOOBAaHUSAM HOPMATUBHON [[OKY-
MenTanuu K cranu 40XH2MA;

2) meeKThl METAIyPrHiecKOro MPOUCXOKIe-
HHS KaK B MeTaJjljie BajJOB, TAK U B YCTAIOCTHBIX H3-
JIOMax OTCYTCTBYIOT;

3) dparrorpacdmuecknii aHamusz (QpParMeHTOB
BasoB BuHTA ¢ TpemuHamu (Ne 1 — 6) mokasam, 4To
HECMOTPS Ha YyCJIOBHOE pasjesieHne paspyIieHuil Ha
TPHU TPYIIIBI, BCE TPEINHBI 00PA30BAIUCH B IIPOIIEC-
ce DKCIUIyaTalluy U UMEe0T YCTAJIOCTHBIN XapaKTep;

4) oyaramMu 3apOKIEeHHUSA YCTAIOCTHBIX TPEIIVH
B BajaX BUHTA ABJIAITCA 30HBI (PPETTHHT-U3HOCA
OTIOPHOTO OYPTHKA, (PPETTHHT-KOPPO3UOHHOTO II0-
BPEKIEHHUS TOBEPXHOCTH IILIKIEB U MECT IIepexoia
MESKIIUIEBBIX BIAAWH YKOPOUYEHHBIX IILUTHIEB (CO
CTOPOHBI MAJIOTO MOAYJA) B OTBEPCTUA IIOJ] IIITHIIb-
KH;

5) mpuunHON 00pa30BaHUI U PA3BUTUS YCTAJIO-
CTHBIX TPEIIWH Ha (PJIaHIle Baja BHUHTA SBJISETCS
BBICOKHH yPOBEHb KOHTAKTHBIX HATIPS/KEHUH B Tele
(nanIa, CBA3aHHBIN C HEY[OBIETBOPUTEIBLHBIM CO-
NpA:KEeHWEeM I[OBEPXHOCTENW ILIUIIEBOTO  CTHIKA
BCJIE[ICTBUE 3HAYUTEIHLHOTO (PPETTUHT-KOPPO3UOH-

HOI'0 IIOBpEeXAEHUdA IIJIUIIEB U BI/I6paIII/IOHHbIX II10-
BPEKIEHUH.

Jna uckmiouenns o0pa3oBaHUSI U PA3BUTHUA YC-
TaAJIOCTHBIX TPEIIIHNH B HIJIUIIEBOM d)JIaH]_Ie BaJia BUH-
Ta B IIPOIIECCe HKCILUIyaTalluy PEKOMEHI0BAHO:

ONITUMHU3WPOBATL YCHUJIVE 3ATSKKU IILTHIIEBOTO
CTBIKA,

BBECTH KOHTPOJb KAYECTBA COIPSIKEHUS KOH-
TaKTHBIX [TOBEPXHOCTEH IILIUIIEBOTO CTHIKA MPU 3a-
MEHE€ BO3YIIHbIX BUHTOB B 9KCILJIyaTalllH,

mpopaboTaTh BOIPOC AHHAMHUYIECKOH OajaHCH-
POBEKHW BO3SAYIIHBIX BUHTOB B IIPOM3BOJACTBE U IIPpU
HX PEMOHTE.
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HccenoBano BusHue COmEPKAHNA AJTIOTPOIHOMN MoauduKaruu yriepoaa — rpadena (I') B
uHTepBase KoHieHTpauwmii 0,5 — 2,0 % Bec. Ha TPUOOIOTUIECKHE, IIPOYHOCTHBIE M CTPYKTYP-
HbIe XapaKTEePUCTHKYN HAHOKOMIIO3UTa OKcHI amoMmunnd — rpaden (Al,O4/T). Hanoxommo-
3UT MOJIyYEeH METO0M ILIa3MEeHHO-UCKPOBOro criekanusd mpu remmeparype 1550 °C B Teuenre
10 muH u naBnernu 50 MIla cMecr HAHOIIOPOIITKOB, ITPEIBAPUTENIHHO OABEPTHYTHIX YJIBTPa-
3BYKOBOMY JAHCIEPTHPOBAHUIO B OpraHmdecKoM pactBopurese. [IpencraBieHsl pesynbraThl
€r0 WCIIBITAHUI Ha TPeHHe U U3HOC 6e3 cMasKu Ha TpuboMerpe mox Harpyskoi 20 H mpu kom-
HaTHOH TeMIIeparype — MpU KPyTOBOM JBIIKEHIH PyOMHOBOTO [IIAPUKA-HHIEHTOPA I10 TUCKY,
KHHETHYEeCKOTO WHIEHTHPOBAHUSA C OIIpeJieIeHreM HAHOTBEPAOCTH M MOAYJIA YIPYTOCTH, a
Tak:Ke HAOIIOEHUI CTPYKTYPhI IOBEPXHOCTH U3JIOMOB U IOPOKEK TPEHUA B PACTPOBOM MUK-
pockorte. 7151 onpeiesieHns MUKPOCTPYKTYPBI B 00beMe HAHOKOMIIO3UTA U IIOJTBEPIKICHUS
TEPMUYECKOH CcTabUIBHOCTH rpad)eHa B IpoIiecce IIa3MeHHO-UCKPOBOTO CIIEKAHUS HCII0Ib30-
BaHbI METOAbI IIPOCBEYMBAIOIIEH DHIIEKTPOHHOM MUKPOCKOIIMY TOHKHX (POIBI B TEMHOM H
CBETJIOM ITOJIIX ¥ PaMaHOBCKOHM CIIEKTPOCKOIIMK COOTBETCTBEHHO. I0KasaHo, YTO BBEIEHIE
rpadeHa crrocoO6CTByeT HOBBIIIEHHI0 MUKPO- M HAHOTBEPAOCTH, MOIYJIA YIPYTOCTH, H3HOCO-
CTOMKOCTH Ha JBa-TPH MOPS/IKA U HEOOJIBIIIOMY YMEHBIIIEHUI0 Koaddurmenta tpenus. [1oBbI-
LIeHue cofiep:KaHus rpadena 10 2 % Bec. U3MEHAET MEXaHU3M U3HOCA OT XPYIIKOTO OTPHIBOM
10 BSI3KOTO CIBUTOM, YTO CBSI3QHO C YCHJIEHHEM CBSI3M MATPUYHBIX 3ePEH ¥ HAJUUKUEM arjioMe-
paros. IToxgTBepsxmeHo orcyTCTBHE Nerpajalu rpadeHa U COXPAHEHHEe ero TePMIYECKOH CTa-
6unsHOCTH. Mopdoorusa yactul rpadeHa CBUAETENBCTBYET 00 UX IPEUMYIIIECTBEHHOM pac-
TIOJIO}KEHUH BHYTPH 3€PeH KOpyH/a U 6ojiee PeKOM — Ha IPAHUIAX 3€PEeH.

KaroueBsie ciaoBa: koMmmosut; rpadeH; KOPYH/; ClIeKaHue; CTPYKTYPa; TPEHUE; U3HOC.

FRICTION AND WEAR OF NANOCOMPOSITE Al,0; + G PROCESSED
BY SPARK PLASMA SINTERING

© Vladimir V. Stolyarovl 2, Anna A. Misochenkol 2, Evgeniy G. Grigoriev2,
Anatoly G. Zholnin2, Elizaveta A. Klyatskina3

1 Mechanical Engineering Research Institute of Russian Academy of Sciences, Moscow, Russia; e-mail: vlstol@mail.ru
2 National Research Nuclear University MEPhI (Moscow Engineering Physics Institute), Moscow, Russia.
3 Instituto de Tecnologia de Materiales, Universitat Politécnica de Valéncia, Valencia, Spain

Submitted June 13, 2017.

The effect of allotropic carbon modification content, graphene (G), in the range of 0.5 — 2.0 wt.% on
tribological, strength and structural characteristics of Al,O4/G nanocomposite processed by 10-min
plasma spark sintering (pressure 50 MPa, temperature 1550 °C) of nanopowder mixture previously
subjected to ultrasonic dispersion in organic solvent is studied. The results of tests for friction and wear
without lubricant on a tribometer under a load of 20 N at room temperature and roundabout motion of
a ruby ball penetrator on a disk are presented along with data on kinetic indentation with determina-
tion of the nanohardness and elastic module and observations of the fracture surface structure and
friction track using a scanning microscope. Methods of the transmission electron microscopy of thin
foils in dark and bright fields and Raman spectroscopy, respectively, were used to determine the

* Pabora BbImOMHEHA mpH momnep:kke IIporpamMvbl moBbienus KoHKypenTocmocooHoctu HUAY MUOH, xourparr ¢ Mu-
HECcTEepPCTBOM 00pasoBanud u Hayku PO No 02.A03.21.0005, 27.08.2013 u PH® (mpoext Ne 16-19-10213).
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microstructure in the bulk of a nanocomposite and prove the graphene thermal stability during plasma
spark sintering. It is shown that introduction of graphene contributes to the increase of micro- and
nanohardness, elastic modulus, wear resistance by two or three orders of magnitude and a slight de-
crease in the coefficient of friction. Increase in graphene content to 2 wt.% changes the wear mecha-
nism from brittle breakage to viscous shear due to strengthening in coupling of matrix grains and
presnrce of agglomerates. Lack of degradation and retention of graphene thermal stability are proved.
The morphology of graphene particles indicates to their preferential arrangement inside the corundum
grains and more rarely — on the grain boundaries.

Keywords: composite; graphene; alumina; sintering; structure; friction; wear.

B nacrosiiee BpeMs uHTEpEC K KiIaccy HAHOCTPYK-
typubix (HC) maTepuanor B obnactax Kak QyHzaa-
MEHTAIbHO-IIPUKIATHON HAYKH, TAK U IIPOMBIIIIEH-
HOCTH ITOCTOSHHO YBEJIUINUBAETCA. OTO 00YCIOBIEHO
CTpeMJIeHVeM K MUHHATIOPU3AIUN H3JIeNUi, yHH-
KanbHbIMHU cBoiicTBamu HC maTepuaios, MOABICHH-
€M COBPEMEHHBIX IPHUOOPOB [JIf UCCIEI0BAHUI, TH-
ATrHOCTUKU W MOJHU(PUKAIMYA HAHOMATEPHUAJIOB, pas-
BUTHEM ¥ BHEJIPEHUEM TEXHOJOTUH JUTOrpaduw,
TIOJIyYeHUs HAHOIOPOIIIKOB | T.1I.

B aBTOMOOHIBHOM, a9POKOCMUYECKON U MHOIHX
IPYTHX OTPACIAX IIPOMBIILIEHHOCTH IITHPOKO WKC-
MOJIB3YIOT HOBbIE MATEPUAIBI — MeTaLIOKepaMude-
ckue xommosutel (MKK). Oru o6namaror Gosiblueit
MPOYHOCTHI0, HO MEHBIIEH ILIACTUYHOCTBIO, YeM
TPaIUIMOHHBIE METANIMIECKHNE MATEPUAIIBI, UTO OT-
paummuyuBaer ux 6ojiee IUPOKOoe HpumMeHenue. s
cosnauus kadectBeHHbIx MKK moxHO uCmonbso-
BaTh HAHOYACTHIIBI PA3HOro THmHa (HAHOTPYOKH,
ynnepensi, rpader) Ipu yCIOBUH UX OXHOPOIHOTO
pacipenenenus B obbeMe MaTpuiibl. biaarogaps pa-
6oram Hosocemosa u I'eiima B 2005 r. 6bL1a IOy Ye-
Ha [ByXMepHAsd aJVIOTPOITHAS MOAu(PUKAIUAS yIJe-
poxa, uzBecTHas Kak rpades [1]. ITor HOBBIH MaTe-
puan obiamaer pAAOM YHHUKAIBHBIX 3JIEKTPO(U3H-
YEeCKHMX, MEXaHWYECKHUX, TEIIJIOBBbIX CBOMCTB [2 — 5].
B uacrtrocTH, cioucras mogudukanua rpadgeHa Mo-
sKeT OBITH MCIIOJAb30BAHA KAaK apMHUpPYyoIIas 106aBKa
B KOMITO3UTHBIe MaTepuaisl [1, 6]. Isrorosiennsbre
KOMIIO3UTBI JIEMOHCTPHUPYIOT 00jiee BBICOKHE IIPOY-
HOCTh Ha PACTIKEHHEe U OCOOEHHO OTHOCHUTEIbHOE
ynauaenue. OKa3anock, YTO CBOMCTBA TAKUX KOMITO-
3UTOB 3aBUCAT OT MATePHAIA U JUCIIEPCHOCTH MAaT-
PHUIIBI, a TAKKe MeTo/ia BBeJeHus rpadeHa.

Oco0bIli WHTEpEC MIPeACTaBIIeT KOMIIO3HT Ha
OCHOBE HAHOIIOPOIIKA KOPYHIA W MAaJIbIX J100aBOK
MHOTOCJIOMHOTO rpadena [5, 7], momyueHHbIi MeTO-
IIOM ILIa3MEHHO-HCKPOBOTO CIEKAHWS, WIH B 3apy-
OesxHOM TepMuHONOTMH — spark plasma sintering
(SPS). Unea merona 3akmiodaercd B OBICTPOM Ha-
rpese (mo 2500 °C/MMH) KOPOTKOMMILYJIBCHBIM TO-
KoM Oozpinoi BemmumHbl (1o 5000 A, mimurenbpHO-
CTBI0 UMITyJIbca <5 MC) MOPOUIKOBOH CMECH /IO TEM-
rmepaTypbl CIIEKAHUS IPH OJHOBPEMEHHOM IIPHJIO-
SKEHUHU JABJIEHUs, YTO MO3BOJIIET OTPAHUYUTDH POCT
YACTHI[ IIOPOIIKA B IIpollecce KoHcosumamuu. He-
MOJIb30BAHHUE JAHHOTO METO[a MO03BOJIET II0JydaTh

KepaMHUKH C IUIOTHOCTSMH, OJIU3KUMU K TeOpeThde-
CKOMY 3HAUEHHI0, ¥ pasMepoM 3epeH, OJIU3KHM K
pasMepy dactuii ucxomHoro mopoinka. [lockoabky
IJIa3MEHHO-UCKPOBOE CIeKaHHe ITOPOIIKOBOTO MaTe-
puaja oCyIiecTBIAIOT B TOKOIIPOBOAAIIEH rpadyuTo-
BOIH mpecc-popMe, TO AaHHAST TEXHOJIOTHUSI HE UMeeT
OTPAaHWYEHWH 110 THUIIAM CIEKaeMbIX MATEPHUAaJIOB
[8].

Uro kacaercs CBONCTB KOMIIO3UTA HAa OCHOBE Ha-
HOITOPOIIIKA KOPYHIA U MAJIBIX [00ABOK MHOTOCIOH-
Horo rpadena (I'), To mpeamonaraercsa, 4To Yelryu-
KHu rpadeHa Kak BTopad (paza BBI3OBYT 3HAUUTEIH-
HOE YMEHBIIIEHNE U3HO0CA BCIEICTBYE CHUKEHUS CHJT
TPEeHHMs HA KOHTAKTEe HAHOMETPHYECKHX U CyOMUK-
POCKOIIHYECKHUX CTPYKTYPHBIX syemenToB [5]. Oxna-
KO CBEIEeHMs O TPHUOOJOTHUECKUX CBOMCTBAX TAKUX
KOMITO3UIINH PAKTHIECKHU OTCYTCTBYIOT.

Ilenp paborel — wuccIemoOBaHUS TPUOOJIOTHYE-
CKUX CBOMCTB HAHOKOMIIO3UTA OKCH] QIIOMUHUSI —
rpagen (Al,O5 + I'), moayyeHHOro METOIOM ILIA3-
MEHHO-MCKPOBOTO CIIEKAHUS.

Ma’repna.nm H MEeTOAbIl MCCJIEedOBaAHUA

B kauecTBe HCXOHBIX MATEPUATIOB HCIIOIb30-
Banu HaHomopoIku §-Al,O5 u uerryiiku rpadesna.
ITopormgu 8-Al,O5 monyuensr 8 UMET PAH oxwc-
JICHHEM [HCIIEPCHOTO AIIOMHHHS B BO3IYIIHOH
IUTa3Me BJIEKTPOAYTOBOTO paspsaa, CPeIHUH pasMep
yacTtull 45 HM.

Ha pwuc. 1, ¢ BuAHO, YTO YaCTHUIILI TIOPOIIKA OK-
cujia aJTIOMUHHSA UMEIOT IIPEUMYII[eCTBEHHO OKPYT-
Iy opMy, a UX pasMep HAXOJUTCA B HHTEpBAse
25 - 250 mM.

I'pacen u3roroBieH METOAOM YJIbTPA3BYKOBOM
9KC(OTHUAIINN MUKPOKPUCTAIINIECKUAX KPUCTAIIIOB
rpadguTa B PasIAIHbIX OPTaHUIECKUX PACTBOPUTE-
nax (3aTeM pacTBOPUTENb UCIAPSIOT), TIOCTABIEH B
Poccuro pupmoit Graphene-tech (Zaragoza, Spain).
Ou mpezacTaBadaa co60i HEOKHCIEHHbIEe, MHOTOCIOH-
Hble YeNIyHKH YepHOro I(Bera ToduHOM 3,0 HM
(OKOI0O TATH AaTOMHBIX CJI0€B) ¥ ILIOIIAIbIO
10 X 10 mem (puc. 1, 6). Yrobbr u3be:xaThb araome-
paruu rpadeHa, moiydaeMoi Ipyu CMEITUBAHUY €T0
C TIOPOIIIKOM OKCHIA «CYXHM» CII0COOOM, TIOPOIIKK
[ePEeMEITNBATN YAbTPA3BYKOBBIM JIHCIIEPTATOPOM,
HCIIOJIB3Ys PACTBOPUTEND (IuMeTHIhbopMamMus). 3a-
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Puc. 1. Bug ncxonHbIX MATEPHATIOB B PACTPOBOM JJIEKTPOH-
HOM MHKpOCKoIle: @ — HaHomopoIinok Al,Os; 6 — uenrydxu
rpacena

Puc. 2. Pacupenenenne rpaeHOBBIX BKIIOUEHHWH B HAHO-
rommosure Al,O5 + 0,5 % Bec. I’

TeM cMech CyIIUau Ha Bosayxe. Mcrmons3oBamu cme-
CH, B COCTABe KOTOPBIX BAPBUPOBAIM COMEPIKAHUE
rpadpena or 0 g0 2 % Bec.

ITocme ynbTPa3BYKOBOTO IHUCIIEPTUPOBAHUSI B
pacTBopuTee ¥ TOCIEAYIOIIed CyIIKH 006pasIibl
pasMepoMm J15 X 2 MM KOMIIAKTHPOBAJIHU B rpadu-
TOBOM mpecc-popme mpu Temmeparype 1550 °C u
crkopoctu HarpeBa 100 °C/mun B Teuenme 10 muH
npu pasiaenuu 50 MIla B BakyymHOI ycTaHOBEe
IrasMeHHO-ucKkpoBoro  cmekanua — LABOX-625
(SinterLand, Nagaoka city, Japan) [7]. B ycranosxke
HCITONIb3YeTCs COBMECTHOE BO3JIEHCTBHE HA IOPOIII-
KOBBIH MaTepuaj HMILyJIbCHOTO TOKA U MeXaHuJe-
ckoro ngasienwus. [locie cuekanus o0pasIfbl I I10-
CIIEIYIONNX YKCIEPUMEHTOB OBIITH MEXaHHYECKH OT-
MIU(OBAHbI ¥ MOJIUPOBAHBI [JIA TIOJIYUYEHHS IIIEePO-
XOBATOCTH MTOBEPXHOCTH 0K0J0 K, = 0,25 MKM.

O0BbeMHYIO IIJIOTHOCTH 00PA3IIOB U3MEPSINA Me-
TogoM ApxuMena B BoJe, MHKPOTBEPIOCTD M0 Buk-
kepcy (HV) — wma wmurporsepmomepe FM-800
Future-Tech (Kawasaki-City, Japan) Bnoab quamer-
pa mpu Harpyske 20 H, mpumoskenHoit B TeueHre
10 ¢, manorBepzpocts (H) u Mmoxyns yupyroctu (E) —

na manorBepmomepe Model G200 (MTS Company,
USA) mo meroxy Oliver-Pharr [9]. B mocnemmem
cllydae MCIOTH30BAIM aIMa3HBIN uHIeHTOp Bepko-
Brya ¢ paguycoM uribl 20 HM, KOTOPBIH ITO3BOJIHII
BBITIOJIHUTH U3MEPEHU Ha TIyOHHE 0KOJI0 2 MKM.

®parrorpaduyeckre MCCIeT0BaHUSI H3I0OMOB U
CTPYKTYPHBIN aHAINU3 pacupeneneHus rpadeHa Bol-
nostasutk Ha npubopax FESEM, ZEISS ULITRA 55
(Oxford Instrument) m Hitachi SU8000. Omnru-
MHBAIAI0 AHAIUTAYECKUX H3MEPEHUH ITPOBOIUIN
B paMKax OIMCaHHOrOo paHee moxaxoxma [10, 11].
s ananusa CTPYKTYpHOU crabmibHOCTH rpadeHa
WCIIONB30BaIn PaMaH-CIIeKTPOCKOIHI0 TIPU  KOM-
HATHOM TeMmIeparype Ha crmekTpoMerpe Renishaw
C IUIMHOM BOJIHBI j1azepa A = 532 um.

TpubosornuecKkue uCciaeI0BaHNs MPOBOAUIN HA
npubope Tribometer (CSM Instruments) opu Bpa-
[[EHUH TI0 cxeMe map — Auck mpu Harpyske 20 H u
cxopoctu 10 cMm/c B Teuenne 15 9 corsracHO €BpOIIeH-
ckomy craumapry [12]. B xkauecTBe mHmeHTOpa HC-
MoJIb30BaINM PyOHMHOBBIHN 1map 6 mm. CKopoCTh u3-
Hoca W BBIMHCAANHU 10 O0BEMY MOPOKKH TPEHUS
(MM3), pasMephbl KOTOPOM HM3Mepsaud Ha IPOQHUIIO-
Merpe:

W = ahv,y, (1)
rome @ ¥ h — IIUpHHA U TVIyOWHA IOPOKKH, MM;
Upny — JIMHEHHAdA CKOPOCTh KPYTOBOTO JBUKEHHUA

WHIEHTOpPAa, MM/d.

JKCIepUMEHTAIbHBIE PE3YJIbTATHI

Onrudyeckas merasuiorpadus moBepxHocTH (6e3
TpaBJIeHHH) IIePBBIX CIIEYEHHbIX KOMIIOSHUTOB BBbI-
sABUJIa 0COOEHHOCTH AMCIIEPTUPOBAHUA U arjaoMepa-
nuu rpadgena. Bugno (puc. 2), uro pacmpeneneHue
BUIMMBIX 4acTull rpadeHa mo pasmepy ot 10 mo
25 MKM [OCTATOYHO HEOMHOPOIHO, WX PACITIOJIOKe-
HUe OTHOCHUTEeNIBHO JAPYT Apyra XaoTudHo. Tem He
MeHee O0JIbIAA JOA YACTUI] UMeeT pasMephl MeHee
1 mem. JlaHHBIE OITHYECKOH MUKPOCKOMHH ObLIN
IIOATBEPIKIEHbI U pe3yIbTaTaMU U3MepeHUs MUKPO-
TBEPAOCTH, KOTOpPbIe TOKA3alIl 3aMeTHBIH pasbpoc
3HAYEHUN IIpU IIOIIalaHuK HWHJAEHTOPa B MeCTa,
oborareHHbIe wiu obequeHubIe rpadenom. Ocoben-
HO CHJIBHO 3TO IPOSBUIOCH miisd Kommosura Al,O5 +
2 % Bec. I'. B mocienyiorem monbop pacTBOPHUTEIS
¥ ONTHMH3AIUA PeKUMa [UCIIEPTHPOBAHUA T03BO-
JIUIU 3aMEeTHO OBBICUTH PABHOMEPHOCTH pacipee-
smenwus rpadeHa.

Pe3y.TIbTaTBI HU3MepeHud IIJIOTHOCTH, TBEPAOCTHU
U MOAYJs YIPYTOCTH KOMIIO3UTa IIPU Pa3IuIHOM
comep:kanuu rpadeHa mOpeacraBieHbl B Tabi. 1.
OTHOCHUTENBHASA TFIOTHOCTh KOMIIO3UTA YMEHbIIIAET-
cs C yBeJIWYEHHEM COJep/KaHus rpadeHa Hepas-
HOMEPHO, Hanbojiee 3aMeTHO — IIJIsi TIOBBIIIIEHHOTO
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comepskanus rpagena. IIpoBemennsrii ananus moxa-
3BIBAET, YTO 00II[ee CHUKEHNE TIOTHOCTU KOMITAKTA
CB3aHO C MEHBIINM YAEIbHBIM BeCOM rpadeHa u
BO3MOKHBIM 00pa30BAHMEM MHUKPOIIOpP BCIIEICTBUE
€ro arJioMeparfum.

W3 mammbix Taba. 1 cmemyer, 9yto mobaBKU Tpa-
dena B mpemenax OIIMOKYM M3MEPEHHU He BIUSIOT
Ha MHKpPOTBEpHoCcTh. OIHAKO HAHOTBEPAOCTH M MO-
Iy7b YIPYTOCTH, M3MEPEHHBbIE METOAOM KHUHEeTHJe-
CKOTO HAHOWHIEHTUPOBAHUSA, ITOKA3LIBAIOT 3aMeT-
HOe YIPOYHEHWEe MATPHUI[bI KOMIIO3UTA AaKe C Ma-
JIBIM COZlep:KaHueM rpadeHa Mo CpaBHEHUIO ¢ 00bId-
HBIM KopyHgoM [13].

[Tomo6mHoe pasnuyme B TBEPIOCTH, U3MEPEHHOM
PasHBIME METOJAMHU, CKOPee BCero, 06yCIOBIEHO Me-
TOAUYECKUMH OCOOEHHOCTSIMH — Pa3IUYHON JI0-
KaJbHOCTBHI0O MECT HWHIEHTUPOBAHUSI W CKOPOCTHIO
neopMaruy, KOTOpble OTIMYAIOTCA HA HECKOJIBKO
mopsaakoB [14]. OTMeTHM, YTO TOYHOCTH U3MEPEHUH
HAHOMEXaHWIECKHUM METOJOM ITOBBIIIAETCA C YBEJIH-
YeHueMm I‘JIy6I/IHbI HaHOUHJAEHTHUPOBAHU.

ITO CBUIETEIBCTBYET O CHJIBHOM BIHUSHHUHU IIO-
BEPXHOCTHBIX CHJI HATSKEHWS, PE3KO YMEHbIIAI0-
IIUXCA IIPpU yJaJI€eHHHW OT IIOBEPXHOCTH. TO‘-IHOCTB
M3MepeHul 3aBUCUT U OT pasMmepa ormedaria. Ilpu
M3MEPEeHUN MHUKPOTBEPAOCTH PasMepbl OTIIEYaATHKA
COCTABIIAIOT JECATKH MHKPOH, YTO COOTBETCTBYET
HECKOJILKMM 3epHaM KOpPYH/ia ¥ TOBOPHUT O BO3MOK-
HOM IIOIIagaHUU II0J4 UHIACHTOP arjioOMepPHUuPOBAaHHBIX
YYacCTKOB «MATKOTO» rpadena. Hamporus, mpu Ha-
HOUMHIEHTHUPOBAHUU IIOA HMHACHTOPOM Ha ILIOIIaau
pasMepoM B JECATKM HAHOMETPOB ITPAKTHUYECKH
Bcerma pacrosaraerca MarpuuHaa ¢asa. Taxum
00pasoM, pasHble METOAbI OTPAKAIOT CBOMCTBA pas-
HoMaciiTabHbIx 00bexToB. Habmoogaemoe ympod-
HEHMe MaTPUYHBIX 3epeH KOPYH/a MOXKeT ObITH CBi-
3aHO C BOSHUKAKIIINMHU BHYTPEHHUMU HAIIPAKECHU -
MM OT XHMHYECKOTO HJIH MEXaHHYEeCKOTO B3aHUMO-
neticreus yacturl rpagena ¢ Al,O5, omHaKo 310 Tpe-
OyeT MOTOJHUTEIBHOTO ucciaemnoBanusa. llpu sTom
BaKHO IPECTABIATD, Tl PACIIONaralTcsd YaCTUIIbI
rpadgeHa — BHYTPH MaTPUYHBIX 3epPeH WA Ha HUX
rpaHuIax.

B 9710it cBsi3u ObLIM TIPOBENEHBI CTPYKTYPHBIE
rccienoBanus Merogamu mpocsednsaoriei (II9M)

Puc. 3. Pacnpenenennie rpadena Ha mosepxHoctu (a, 6) u
rpaHunax (8, 2 — TEMHOE I0Jie) 3ePeH CyOMUKPOKPUCTAIIIIN-
geckoro xommnosura Al,Og + 0,5 % Bec. I': @, 6 — POM; 6, 2 —
TIoM

u pactpoBoit (POM) 571eKTpOHHOH MHUKPOCKOIINH,
pe3yabTaThl KOTOPBIX IIOKA3aHbl Ha puc. 3. Bumwo,
YTO dYelrydKu rpadpeHa MOTYT pacroiaraThCsi He
TOJILKO BHYTPH 3epeH (Ha IIOBEPXHOCTH paspy-
mieHust) KopyHzma (pwuc. 3, a, 6), HO W HA TPAHHIAX
KOPYH/IOBBIX 3epeH (puc. 3,8, 2) [15]. Ilpu cnexa-
HUM BCJIECTBHE PEKPHUCTAIIU3AINA W MUTPAIAU
rpaHuI] OOJbIIAd Y4acTh rpadeHa ocraerca BHYTpPHU
GONBIINX MATPHUYHBIX 3€PEH U JIHUIIb Majasd ero
YacTh COXPAHSETCS B TPAHMIIAX HUCXOIHBIX HAHO3E-
peH. OTu JaHHbIe CBUAETEIbCTBYIOT, YTO TpadeH
PaBHOMEPHO pacrIpeeseH B KOMIIO3HUTE W (PU3HUe-
CKM CBSI3aH C MaTPHUIIEH, SJIeKTPOHHAA AU(PAKIIHAI
OT KOTOPOH cooTBeTcTByeT KOpyHIY Al,Os.

Pacnonoxenne yemyek rpadgeHa Ha rpaHHIAX
3epeH Omaromapsi XHUMHUYECKOMY H (DH3HIECKOMY
B3aMMOJIEHCTBHIO aTOMOB YIJIepoJia ¢ aTOMaMH B pe-
[IeTKe OKCHAA ANIOMHHHS [JO/KHO YBEIMYUBATH
IIOBEPXHOCTHEIE CBOMCTBA KOMIIO3HUTA, YTO IIOATBEP-
IWIN TPUOOJOTUIECKHE HCIBITAHUA, PE3yIbTaThl
KOTOPBIX IIpeficTaBieHbl B Tabmu. 2. OHu cBHUIETEND-
CTBYIOT, YTO IIPHX HESHAYUTE/IbHOM YMEHBIIIEHUHN KO-

Ta6auna 1. 3HaveHus TBEPOCTH, MOLYJ/IS YIIPYTOCTH ¥ ILIOTHOCTH KOMIIO3UTA B 3aBHCUMOCTH OT COJEPIKAHUA B HeM rpadeHa

Conep:xanue rpadena, % Bec.

ITapamerps! 0 05 1.0 2.0
OTrHOocuTenbHaA INIOTHOCTD, % 99,1 99,0 98,0 96,0
Mugxporsepmocts, ['Ila 224 + 0,5 23,1 = 0,1 22,7+ 0,2 22,7+ 0,7
Hawnorsepnocts, I'Tla 24 + 2 5% 274 + 2 5% — —
Mopgyns yupyrocry, I'Tla 380 = 30* 456 + 40* — —

* TlorpemHocTs U3MEPEHUI yKa3aHa I IIIyOuHbI oTedarka 6omee 500 Hu.
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Puc. 4. Bun noposkex Tpenus aius o6pasmos 6e3 rpadena (a, 6), a rakxe ¢ 1 % Bec. (8, 2) u 2 % Bec. (0, e)

2D

OrHocurenbHas
HHTEHCUBHOCTH

1000 1200 1400 1600 1800 2000 2200 2400 2600 2800
PamanoBckwmii casur, ML

Puc. 5. PamanoBckuii cnexkrp HaHokommosuta Al,O; +
0,5 % Bec. I

adpdurrienTa TPEeHUA CKOPOCTh M3HOCA AJsT 00pas-
II0B C TpadeHoOM YMEHbBIIAeTCs Ha [IBa IOPSIKa
10 CpaBHEHHIO ¢ oOpasiamu 6e3 rpadena. Ppaxro-
rpaduuecKoe WCCIeoBaHNe CIel0B TPEHHUs B pac-
TPOBOM 3JIEKTPOHHOM MHKPOCKOIIE C PA3HBIM YBEJIH-
YEeHHWEM ITOKA3aJI0, YTO C MTOBBIIIIEHUEM COMEPIKAHUS
rpadena 10 2 % Bec. 3aMETHO U3MEHSIOTCS T€OMET-
pUyecKre pasMephbl W XapakTep paspylIeHHs Io-
po:xru (puc. 4). Tak, rayOouHa/imupuHa TOPOKKH
yMmeHnbInamTes ¢ 5,5/5650 mkm B obpasite 6e3 rpade-
Ha (puc.4,a) mo 0,4/100 Mmem B obpasmax ¢ 1 u
2 % Bec. I (puc. 4, 6 — e). B mporiecce Tpenus xapaxk-
Tep paspylleHus MeHSeTCSI OT MHOTOYHCIEHHBIX
MAaKpPOBBIPHIBOB B MECTAX HECIUIOIITHOCTH B Ge3rpa-
(heroBBIX 06pasmax (puc. 4, 6) 10 TUHUIHBIX MUK-

Tab6mana 2. Kosddunuent tpenus (K, u ckopocTs usHOCa
(W) manoxoMmosuTa

Conepsxanne rpadena, % W, mm3/a K,
0 54-10+* 0,77
1 <3-10 0,45
2 <2-10°6 0,63

popaspyllleHwi, COOTBETCTBYIOIIUX AarjIoMepHUpo-
BaHHBIM obyiactsaM 06pasios ¢ 1 % sec. I (puc. 4, 2).
B obpasmax ¢ 2 % Bec. I' mukpopaspyliiesus gopo-
JKEeK TPEHMS OTCYTCTBYIOT, BMECTO HHX IOSBJISIOTCS
ILUIACTU(PUIIUPOBAHHBIE CJIOH BOJIHOOOpPa3HOU (hop-
MBI, UPOHT KOTOPBIX MEPIEHAWKYIIPeH HampaBie-
HUIO TOPOKKH TpeHud (puc. 4, ). MoxHo mpezmoo-
JKUTh, YTO MEXAHU3M TPEHHS C yBEJIUUEHHEM COMlep-
JKAHUS rpadeHa MeHIeTCs OT XPYITKOTO OTPBIBOM 10
IJIACTUYECKOTO CIBUTOM.

Ba:xxupiM TpeboBaHHEM K MPOIlECCY IOIYIEHU
rommo3utoB Al,O; + I' aBasgerca coxpaneHue
CTPYKTYPHOM CTAaOMIBHOCTH TpadpeHa IPH BHICOKOU
Temreparype croexkanus. OTCyTCTBHE Aerpajanuu
rpadeHa TIpu CrieKaHuu ObLIA MOJTBEPIKIeHA METO-
mom PamanoBckoi crekrpockomnuu. U3 puc. 5 Bup-
HO, 9TO rpadeH MpeJCTaBIeH TPeMsA BAKHBIMH ITH-
kamu: D (npu ~1351 em™!) cooTBeTCTBYEeT pasphiBY
TPAHCIAIIMOHHON CHUMMETPUH TEKCATOHAJIBLHOU pe-
IIeTKH W Xapakrepusyer JedexrHocts; G (mpu
~1580 cm!) cBsizaH ¢ TaHTeHIMAILHOM BUOPAIIHOH-
HOM Momoit atomoB C-C B uemryiike rpadena; 2D
(mpu ~2700 cm') [16]. B cimyuae kepammueckoro
KOMIIO3UTA yBEJIWYEeHWEe OTHOIIEHUA WHTEHCHBHO-
creit ukoB Ip/l; cBUmETENBCTBYET O IOBBIIIEHUU
CTEeIIeH! PasynopAf0YeHNs U YMEeHbIIeHUH pasMepa
KPHUCTAIIOB; 2D-TINK, COCTOAINH U3 JBYX ITHKOB —
D, u Dy, uncineHHo OlleHeH IBYMs JUHUAMHU JIopeH-
114, COOTBETCTBYIOIUMHU TpadeHy C YHUCIOM CJIOEB
MeHee maTu [17, 18].

Bbiimie 65170 yIIOMSHYTO 0 BO3MO:KHOM aryiome-
pamuu rpadeHa u He0OXOJUMOCTH er0 TUCIEPTHPO-
BaHusa. B 5T0i cBsisu BBINOJAHEH (pparrorpadiae-
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Im 6

Puc. 6. POM-usobpakenns u3I0MOB 00pasiioB C COepsKa-
uueMm rpacdena 0,5 % sec. (a) u 2 % Bec. (6)

CKUl aHaIM3 MOBEpPXHOCTH M310MOB B POM, koto-
Pl BBIABWJI OTINYUA 00pA3IOB C PA3THIHBIM CO-
nep:xanuem rpagena (puc. 6).

Ilpy MuHMMATBHOM comep:KaHuu rpadeHa —
0,5 % Bec. I' armomeparsl IPaKTUIECKU OTCYTCTBY-
o1 (puc. 6, a), yBenwmdenue ero 10 2 % Bec. IMPHUBO-
IAT K 00pPa3s0BaHUIO CYOMHKPOKPHUCTAIINYECKHUX ar-
smomeparoB rpadena (puc. 6, 6). st 06enx KOHIEH-
Tparuii rpadeHa 0TMeYaeTCs 3HAYNTEIbHOE YBEJIH-
YeHHe pasMepa MaTPUYHBIX 3ePeH II0 CPABHEHUIO C
pasMepoM HMCXOAHBIX YacTUIl IOpomEka (cM.
puc. 1, a), cBsi3aHHOE C UX POCTOM IIPH CIIEKAHUH, U
BO3HUKHOBEHHE HEOJHOPOTHOCTH B pPaCIIpeeIeHun
rpadpena.

MeTonoM 9HEPTOAMCIEPCHOHHOTO aHATU3a [I0-
Ka3aHO, YTO B 30HE AarJoMepaTroB HWHTEHCUBHOCTD
JWHUH KHUCIOPOAA W ATIOMHHHS IagaeT MOYTH [0
HyJs W HaA [Ba TOPSAJKA TOBBIIIAETCAd WHTEHCHB-
HOCTBH JMHUH yriaepoga (puc. 7). B obmem ciyuae
HaJIUYHe arioMepaToB rpadeHa B CIIEYeHHOM KOM-
MTO3UTE MOYKHO OOBSCHUTH OCTATKAMHU HepaspyIleH-
HBIX IIPH YIBTPA3BYKOBOU [UCIIEPTAI[iU HCXOITHBIX
araoMepaToB rpadeHa B IOPOIIIKe WK UX (pOpMUPO-
BaHWEM B IpOIlECCe CIIEKAHHS IIO][ BO3JEHCTBUEM
MMIIYJIbCHBIX MATHUTHBIX ITOJIEH.

pn

Puc. 7. Pparrorpadus HOBEpXHOCTH H3JI0MAa C ATJIOMepaTa-
mu rpadena (a) u pacrpejeieHre WHTEHCUBHOCTEH JIMHUMA
ruciopoaa (6), anomunud (8) u yraepoza (2)

Tarkum obpasom, kommosutsl Al,O; + 2 % Bec.
I', monyuennbre meromom SPS, oTimyaiores ot dric-
TOTO KOPYH/a ¥ KOMIIO3UTOB C MEHBIIIUM COJIEpIKA-
HueM rpadeHa. B HHX IPHUCYTCTBYIOT arioMeparsl
rpadeHa, HepaspyIlleHHbIE MPHU YIHTPA3BYKOBOM
IHCIIEPTHPOBAHUH CMECH ITOPOIIKOB HIIH ChOPMHUPO-
BaHHBIE B IIPOIECCE CIIEKAHUSA IIOJ BO3IEHCTBUEM
MMIIyJbCHBIX MATHUTHBIX mojeit. Kpome Toro, mpu
TPEeHWHU Ha JOPOKKe U3HOCA 00pasyeTcs Bi3Kas Ccy0-
CTAHIIWS, UMEIOIAs XOPOIIYI0 aJre3ui0 K MOIOMKKE
(uHaue oHa ObI BHITECHSIACH WHIEHTOPOM HAa Kpas
JIOPOIKKN M3HOCA).

g BRIOPAHHBIX PEKUMOB JAUCIEPTHPOBAHUA U
KOMIIAKTHPOBAHUS Tpad)eH B CTPYKTYpPe KOMIIO3UTA
B OCHOBHOM COCPEI0TOYEH B 00'beMe KOPYH/IOBbIX 3e-
per. Hawubosiee 4yBCTBUTEIBLHBIMH K COAEP:KAHUIO
rpadeHa SIBJISIOTCS TAKHWE IMOBEPXHOCTHBIE CBOMCT-
Ba, Kak KO3()(UIMEHT TPEHHs, MUKPOTBEPHOCTD,
HM3HOCOCTOMKOCTD, MOCTAEIHUE JBA W3 KOTOPBIX IIO-
BoimaoTcea 10 30 % u Ha 2 — 3 mopAAKa COOTBETCT-
BeHHO. Bosiee BhICOKMI moTeHIMAN TpadeHa MOKeT
OBITh PEATM30BaH 34 CUET €ro OPHEeHTAIMH U TIpe-
HMMYIIIECTBEHHOTO PACITONIO/KEHNS HA TPAHUIAX MaT-
PHYHBIX 3€PeH.



58

«3aBoackas Jaboparopus. [[naraoctuka marepuaaos». 2018. Tom 84. Ne 6

JINTEPATYPA (REFERENCES)

1.

2.

10.

Novoselov K. S. et al. Two-dimensional gas of massless Dirac
fermions in graphene / Nature. 2005. Vol. 438. P. 197 — 200.
Xia H., Zhang X., Shi Z., Zhao C., et al. Mechanical and
thermal properties of reduced graphene oxide reinforced alumi-
num nitride ceramic composites / Mater. Sci. Eng. 2015.
Vol. 639. P. 29 - 36.

. Kim H. J. et al. Unoxidized Graphene/Alumina Nanocom-

posite: Fracture and Wear Resistance Effects of Graphene on
Alumina Matrix / Sci. Rep. 2014. Vol. 4. P. 5176 — 5185.

. Centeno A., Rocha V. G., Alonso B., Fernandez A., et al.

Graphene for tough and electroconductive alumina ceramics / J.
Eur. Ceram. Soc. 2013. Vol. 333. P. 201 — 321.

. Borrell A., Torrecillas R., Rocha V. G., Fernandez A., et

al. Effect of CNFs content on the tribological behaviour of
spark plasma sintering ceramic-CNFs composites / Wear. 2012.
Vol. 274. P 94 - 99.

. Stankovich S. et al. Graphene-based composite materials /

Nature. Vol. 42006. N 42. P. 282 — 286.

. Zholnin A. G., Kovaleva L. V,, Yurlova M. C., Ilina A. M., et

al. Uniaxial magnetic pulsed compaction of §-Al,05 nano pow-
ders followed by conventional and spark-plasma sintering /
Phys. Chem. Mat. Procs. 2015. Vol. 2. P. 73 - 79.

. Yu M., Grasso S., McKinnon R., Saunders T. J., Reece M. J.

Review of flash sintering: materials, mechanisms and model-
ing / Advances in Applied Ceramics. 2016. December. P. 1 - 37.

. Oliver W. C., Pharr G. M. An improved technique for deter-

mining hardness and elastic modulus using load and displace-
ment sensing indentation experiments / J. Mater. Res. 1992.
Vol. 7. P. 1564 — 1583.

Kachala V. V,, Khemchyan L. L., Kashin A. S., Orlov N. V,,
Grachev A. A., Zalesskiy S. S., Ananikov V. P. Target-ori-

11.

12.

13.

14.

15.

16.

17.

18.

ented analysis of gaseous, liquid and solid chemical systems by
mass spectrometry, nuclear magnetic resonance spectroscopy
and electron microscopy / Russ. Chem. Rev. 2013. Vol. 82.
P 648 - 685.

Kashin A. S., Ananikov V. P. A SEM study of nanosized metal
films and metal nanoparticles obtained by magnetron sputter-
ing / Russ. Chem. Bull. Int. Ed. 2011. Vol. 60. P. 2602 - 2607.

ASTM International: (2003) ASTM G99-03: Standard test
method for wear testing with a pin-on-disc apparatus. ASTM
annual book of standards. — West Conshohocken: ASTM Inter-
national.

Zholnin A. G., Kovaleva 1. V., Rytenko V. Yu., Pahilo-Da-
ryal I. O., et al. Effect of particle size of alumina powder on
spark-plasma sintering / Phys. Chem. Mat. Procs. 2016. Vol. 1.
P 53-63.

Golovin Yu. I. Introduction to nanotechnology. — M.:
Mashinostroenie, 2007. — 496 p. [in Russian].

Klyatskina E. A., Grigoriev E. G., Zholnin A. G., Salva-
dor M. D., et al. Structure and properties of alumina rein-
forcement with graphene nanoplatelets obtained by spark plas-
ma sintering / J. Ceram. Sci. Techn. 2018.

Benavente R., Pruna A., Borrell A., Salvador M. D., et al.
Fast route to obtain AlyOs-based nanocomposites employing
graphene oxide: Synthesis and sintering / Mater. Res. Bull.
2015. Vol. 64. P. 245 - 251.

Inam F, Vo T., Bhat B. R. Structural stability studies of
graphene in sintered ceramic nanocomposites / Ceram Int.
2014. Vol. 40. P 16227 — 16233.

Gupta A., Chen G., Joshi P, Tadigadapa S., Eklund P. C.
Raman scattering from high-frequency phonons in supported
n-graphene layer films / Nano Lett. 2006. Vol. 6. P. 2667 — 2673.



«3aBoackasd maboparopusa. [[marnocruka marepuanaos». 2018. Tom 84. Ne 6 59

DOI: 10.26896/1028-6861-2018-84-6-59-62 YIK (UDC) 620.17:531.741

YTJIOMEP JI/I1 UCIIBITAHUM HA KPYYEHHUE

© Anexkcanap /[ImurpueBumu XBaH, /[Imurpuii Bnagmmuposnd XBaH,
Anekcern Anexceesnd Bopomnaes, IOpuit BopucoBuu Pykun

Bopome:xckuil rocyapcTBeHHBIN TeXHHIECKUH yHuBepcuTeT, I. Bopore:x, Poccus; e-mail: tpm@vorstu.ru

Cmamus nocmynuaa 11 urwoas 2017 e.

B 06paboTke MeTayuIoB AaBIeHHEM IIMPOKO KUCHOIB3YIOT PA3IMIHOTO POJa M3MEpPUTEIhHbIE
yecrpoiicTBa. B crarbe npencraBieHa paspaboTaHHas ¥ H3TOTOBIEHHAS KOHCTPYKIIUSA YIIIOMe-
pa I M3MepeHuUs YIIIOBbIX [e()OPMALIHiL IPY YIIPYTOM U IUIACTUYIECKOM KPYUYEHUHN KPYTIIBIX
00pasIoB, B OCHOBY KOTOPOTO IIOJIOKEH IIPUHITUAI Pab0ThI ITAHETAPHOTO MexaHu3Ma 6e3 1mo-
JBIKHOTO COJTHEYHOTO IIEHTPAIBHOTO KoJIeca. ¥ TIIOMep CO3IaH Ha OCHOBE KOHCTPYKIIMH YIJIO-
Mepa BospirHoBa, B KOTOPYIO N06aBIeHbI KPYIVIblil TpaHcIopTup ¢ aenenusamu ot 0 1o 360°
¥ BpalLAOIAAcA HA OCU CTPeNKa I (PHKCAIMH YIJIO0BOro mepemernienusd. Vcmonp3oBanue
IUTAaHETAPHOU Iepeiavyl ITO3BOIMIO 3HAYUTENIHHO ITOBBICUTH TOYHOCTD U3MEPEHHUA YIJIOB II0-
BOPOTA HOIEPEYHBIX CeYeHHH 00pasua qpyT OTHOCHUTEIHHO [pyTra Ha PACCTOSHUN PACYETHON
IIUHBL B 1iendax yMeHbIIeHHA Beca yriioMepa ero OCHOBHBIE IeTaIN ObLIN M3TOTOBJIEHBI U3
amomuHueBoro crurasa J[16T. IIpu sTom HOMuHATBHBIE [UAMETPHI OKPY:KHOCTEH IIeHTPAb-
HOTO KOJIeca M CaTellIUTa COCTABUIM cooTBeTcTBeHHO Dy = 220 MM, D3 = 20 Mm; Momyb 3a-
nemieHusa m = 1 MM; 4HcyIo 3y0beB Ha Kosece paBHO 220, a Ha careruure — 20. Ha kpyTwns-
uvo#i mammae KM-50 npoBezieHs! 1a60paTOpHbIE UCIIBITAHUS YIIIOMEPa Ha IIAIHHAPHIECKOM
obpasrtie auamerpom 15 MM u paboueit muHOA 120 MM u3 cranu 40X, pesyabTaThl KOTOPBIX
TI03BOJIAJIH OIIPEAEIUTD YIPYTHUH MOLY/Ib CABUTA C OTKIOHeHNEM ~2.5 % 0T ero CpaBo4HOTO
3HaueHuA. 110 OIBITHBIM JAaHHBIM IIOCTPOEHA AMATrPaMMA KPYy4eHHs, HA OCHOBE KOTOPOH I10
dopmyure I1. JIrogBuka mosmydena quarpamma caeura t = t(y). 9Ta quarpaMmma IepecuuTana ¢
HCIIOJIB30BAaHUEM TEOPHH IIACTHIHOCTH Museca B KPHUBYIO YIIPOYHEHHUI MaTepuaia o = o(e).
Ilomyuyennbie MexaHUYECKHE XAPAKTEPUCTUKH IIO3BOJIAIOT CAEIATH BBIBOL O JOCTATOYHOM
TOYHOCTU U3MEPEHUA YIJIOBBIX IIEPEMEIIEHHH ¢ IIOMOIIILI0 JaHHOTO yriroMepa. Mcexons us aTo-
ro, paspabOTaHHbBIN YIIIOMEp MOYKHO PEKOMEH0BATH B KAYECTBE HCIIBHITATENHHON TEXHHKH
JUIA OIIpPeJie/IeHN MEXaHIMIECKIX XapaKTePUCTUK MaTepHasa B YCIOBUAX CABUTOBBIX 1edop-
Marui. ¥TI0Mep [OCTATOYHO MPOCT B MCIIOJHEHUH U IIPU SKCILTyaTAIIVH.

KiroueBnie cioBa: yrioMep; yrioBble aedOpMaIliy; ILUIACTHYECKOE KPYUEHUE; KPYIiIble
00pasIibL.

ANGLE GAGE FOR TORSION TESTING

© Alexander D. Khvan, Dmitry V. Khvan, Alexey A. Voropaev, Yury B. Rukin

Voronezh State Technical University, Voronezh, Russia; e-mail: tpm@vorstu.ru

Submitted July 11, 2017.

Processing of metals by pressure suggests using of various measuring devices. We developed and man-
ufactured a device for measuring angular deformations upon elastic and plastic torsion of circular spec-
imens. The design is based on the operation principle of the planetary mechanism without a movable
solar central wheel. Design of the device is based on the Boyarshinov concept added with a round pro-
tractor with a graduated scale from 0 to 360° and rotating needle placed on the axis to indicate the an-
gular displacement. The use of the planetary gear significantly improves the accuracy of measuring the
angles of rotation of the cross sections of the sample relative to each other at a distance of the calcu-
lated length. To low the weight of the device, the main parts were made of aluminum alloy D160.
Rated diameters of the central wheel and satellite are D; = 220 mm, D5 = 20 mm, respectively; the
linkage module m = 1 mm; the number of teeth on the wheel and satellite is 220 and 20, respectively.
Laboratory tests of the device were carried out on a KM-50 torsional machine using a cylindrical sam-
ple with a diameter of 15 mm and a working length of 120 mm made of steel 40Kh. The results pro-
vided determination of the elastic shear modulus with a deviation of ~2.5% of the reference value. Ex-
perimental data were used to plot the torsion diagram and then to get shear diagram t = t(y) accord-
ing to P Ludwik’s formula. This diagram was transformed into the hardening curve o = o(e) using von
Mises theory of the plasticity. The obtained mechanical characteristics allowed us to draw a conclusion
on the essential accuracy of measuring angular displacements using the developed device. Thus, the
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developed and easy to use device can be recommended as testing equipment for determination of the
mechanical characteristics of materials under conditions of shear deformations.

Keywords: angle gage; angular deformation; elastic and plastic torsion; circular specimens.

CyiecTByrolre KOHCTPYKIIUK yIIIOMEPOB IJIs IIPO-
BelleHUs WCIBITAHUN HA KPyJYeHHe I[HIHHIpPHIe-
CKHX 00pasIloB MOIYT OBITh HCIIOJIb30BAHBI TOJIBKO
Ui W3MepeHus yIpyrux mnepemernenui. OmHaKo
IJIST UCCIIEZIOBAHUM COTIPOTUBIISEMOCTH MATEPUATIOB
ILUIACTHYECKOMY CABHTY OY€Hb 4ACTO BO3HHKAET He-
00XOIMMOCTh U3MEPEHUS HEYIPYIuX KOHEUHBIX Je-
dopMaimii B 1eAX, HAIPUMEpP, MOCTPOCHUA IUa-
rpaMMbl caBUTra uiau oneHku sdpdexra Baymmurepa
[0 pesyJbTAaTaM HCIBITAHWN HA PEBEPCHBHOE KpYy-
yenwue. [Ipu 9TOM, KAk IPaBUIIO, 3aKPYUMBAIOT KPYT-
Jible 00pAasIlhbl CIUIONIHOTO CEYEHUs, TaK KAK TOHKO-
CTeHHBbIE TPYOKHU BCJIEICTBHE TIOTEPH YCTONIUBOCTH
nedopMHUPOBATh HA GOJBIINE OTHOCUTEIbHBIE YIJIbI
HeJb34.

Hepenko B mabopaTopHOil IIPAKTHKE IIPH HUCITHI-
TAHUAX HA KPyUYEeHHE YIIIOBbIE MepeMelleHus 3ame-
PAIOT C TOYHOCTHIO OTCYETA B OUH rPayc II0 TPAHC-

\
s

N

"

NN 7
N

2

/

Puc. 1. KorcrpykruBHas cxema yriomepa (@) ¥ ero BHeI-
HUHM BUA: I — KOJbIO; 2 — BOAWIO; 3 — KPOHINTEHH; 4 —
0Ch; 5 — caTennauT; 6 — TPAHCIIOPTHP; 7 — YKa3aTemlb; 8 —
KOJIBIIO; 9 — BepxXHUH KpoHINTeHH; 10 — mTOoK; 1] — BHUHT
(M5); 12 — Bunt (M3); 13 — obpasert

MOPTHPY KPYTHUJIBHOM MAaIllMHBI, yCTAHOBJIEHHOMY
Ha HeHW coocHO ¢ medopmupyembiM obpasmom. [Ipu
9TOM OIPEEeAIOT OTHOCHTEIHHBIH MOBOPOT IIOIIe-
PEYHBIX CEUYEeHUH, PasIesaiIIuX TOJI0BKU 00pasia u
ero pabo4yio 4acTh U OTCTOAIIUX APYT OT APyra Ha
paccrosHuM pabodeii AnuHbI [,. B cBA3u ¢ nposse-
HHEM KpaeBoro s¢exrra cornacuo npuniuny CeH-
Benana sTo yriosoe mepemelienue He OymeT TOUHO
COOTBETCTBOBATH OTHOCHUTEIHLHOMY IIOBOPOTY IIOIIE-
PEUHBIX CeYeHUi B 06pasile, pACCTOTHUE MEKIY KO-
TOPBIMU paBHO pacueTHoi giauHe /). [lostomy nua-
rpaMMbI CIBUTA HUCCIEAYEMBIX MATEPHAIIOB, TIOCTPO-
eHHbIE I10 YKA3aHHBIM JAHHBIM, OYAyT B KaKOH-TO
Mepe OTIn4YaThbCad OT UCTUHHBIX.

B pabore npemiaraerca KOHCTPYKIHA yriioMepa
VI WCCIAEOBAHUA IUIACTAYECKOTO KPyJeHHUd I[H-
nuHApuYecKkux obpasmnos. Ha puc. 1 mpeacraBiensr
cxema (a) u ororpacus (6) yriomepa, mpencTas-
JIAIONIETo co00H IIaHeTaApHYI0 Iepefady.

YrioMep BRIIIOYAET KOJBIO I, M3TOTOBIEHHOE
KAk OMHO IeJI0€ C IEHTPAIHHBIM KOJIECOM, MMEIO-
M pacdetHbii quamerp D;. C 1eHTpaIbHBIM KO-
JIeCOM TI0 ITUIWHIPUYECKOU ITOBEPXHOCTH IUaMET-
poM D, 110 IOABUKHOU ITOCATKE COIPAKEHO BOIUIIO
2, uMeroIIee Ba KeCTKO CKPEeIIEHHBIX C HUM B JUa-
MeTpaJbHOM HAIPaBIEHWH KPOHIITEHHA 3, Ha Of-
HOM M3 KOTOPBIX IapajjielbHO OCH Koiblla I ycra-
HOBJIEHA I10 HETOABIIKHOM mocanke ock 4. Caremaut
5 ¢ pacueTHbM uameTrpoMm D; HENIOABHUIKHO COEIU-
HEH II0 TOPIEBOIM ITOBEPXHOCTH COOCHO C KPYTJIbIM
TPAHCIIOPTUPOM 6, UMEIOIIUM IIKAIy C IIeHOH Jere-
HHUA B OAUH TPaAyC, ¥ YCTAHOBJIEH IO TIOABUKHOU
rocagke Ha och 4. Ha mocnensei pasMerreH Taxske
T10 TIOJBH:KHOM OCAKE C BO3MOKHOCTBIO (PUKCAIINHI
yKasarenb 7, MpeIHa3HAYEHHBIN JJIi 0TCYeTa YIJo-
BBIX IIepeMelnennii mo rpaucrnoprupy 6. Koabmo 8
COEMHEHO C KPOHIIITEHHOM 9, B 0TBEPCTHE KOTOPOTO
BCTaBJIEH C BO3MOKHOCTBIO BaKpEIJIeHNs Ha HeM I1a-
pasIenbHo ocu 06pasia MUIHHIPUIECKHUH IIITOK 10.

B nenax ysenwdeHusa nepesaTodHOro YHCIa, He-
00XOIMMOTO [JIf ITOBBIIEHUA TOYHOCTH OIIpefelie-
HUS JedopManuii TP 3aKPyIHBAHHU 06Pa3IOB,
TPaAHCIIOPTHDP 6 3aKPEIUIAIOT Ha caTeJIuTe 5, a He
Ha IIeHTPAIBHOM KOJece.

IIpu coopke yriaomepa BHaAUAE YCTAHABIHUBAIOT
KombIia I ¥ 8 COOCHO ¢ UCHBITYEMbIM 00pa3IOM B €T0
TIOIIEPEYHBIX CEUYEHHUAX, OTCTOAIIUX APYT OT Apyra
Ha paccrosuu# [,. Korbiia kpemar TpeMs BBepPHYThI-
Mu B HuX mmoja yriaoMm 120° BuHTamu 11 ¢ OCTPBIMH
KOHHYECKUMHU KOHI[aMH. 3aTeM IITOK /(0 cBOOOLHBIM
KOHIIOM BCTABJIAIOT B OTBEPCTHE BTOPOTO KPOH-
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mITelHa 3 I peaaus3anyuu KMHeMaTU4eCcKOW B3au-
MOCBA3H KoJjierl I u 8, 00pasyoliux COBMECTHO C BO-
IUJIOM 2 W CaTeJIuTOM 5 IJIaHeTaApHYIO Ilepenady.
g ympoliiieHus COBMECTHOM COOPKM KOJIel| Ha HC-
IBITYeMOM 00pasile B KPOHINITeIHHe 3 [JId COeTuHe-
HUA ero co IMToKoM 10 BBINOJHSIOT CKBO3HOM IIas,
BBITAHYTBHIA B paguajbHOM HAIPaBJIEHUH, ITHPHU-
HOUM MeHee auaMeTpa IITOKa, CBOOOJHY0 KOHIIEBYIO
YacTh MITOKA M3TOTABIHUBAIOT B (DOPME YCEUEHHOTO
KOHyCa. 3a30p B OKPY:KHOM HAIPAaBICHUU MEKIY
OOKOBBIMH CTEHKAMH I1a3a B KPOHIITEHHE 3 U IITO-
KOM BBIOMPAIOT IIepeMeIleHHeM ITOCAeIHEr0 BIOJIb
ocu orBepctud KpoHuinreiina 9. lIITok 3akpenyiaioT B
KPOHINITEHHE ¢ TIOMOIIbI0 BUHTA 12.

IIpocreiimuii ogHOCTYIEHYATHIN ILTAHETAPHBIH
MexXaHHu3M O6bI‘-IHO COCTOUT U3 ABYX IEHTPAJbHBIX
KOJIeC — TIOIBMIKHOTO (HA3hIBAEMOTO COTHEUYHBIM) U
HeTIOBMIKHOT0, caTeauTa u Bommiaa. Ha pwc. 2, a
IIpuBeieHa KHHeMaTWyecKas cXeMa TaKOoro Mexa-
HH3Ma, IIepefaToyHOe YHCIO0 KOTOPOTO PaBHO OT-
HOIIIEHWIO YIJIOBOH CKOPOCTH COJTHEYHOTO KOJeca K
yrioBoit ckopoctu Bogwiaa [1]. T"abaputHbie pas-
Mephl JAaHHOTO MEXaHW3Ma B OCHOBHOM OIIpejessd-
IOTCd pacCyeTHbIM AHaMEeTpPpOM HEIIOABUKHOI'O0 IIeH-
TpaJbHOTO Kojieca. IIpu ero 3aganHbIX mapaMeTpax,
YMeHbIIAasg pasMepbl IOABUKHOTO IIEHTPAIBHOTO KO-
Jieca, MO¥HO YBEJIUYUTDH IIepegaTOIYHOe YUCJIO.

Il s HopMasIbHOM PaboThl MEXaHU3Ma TPedyeTcs
BBICOKAA TOYHOCTH H3T'OTOBJIEHUA €TI0 3JIEMEHTOB U
nx cbopku. Cremyer OTMETHTb, YTO IIPUMEHEHUE
MJIaHETAPHOW mTepefadyd JId IPOBENEeHUA WCIThI-
TaHWH HA KpPy4YeHUe MMPUBENO ObI K CYII[eCTBEHHOMY
YCIOKHEHHUIO DJIEMEHTOB KOHCTPYKIIMH H3-3a Ha-
JIMYUS COJTHEYHOTO IEHTPaNIbHOTO Koseca. [loaromy
MPENMYIIECTBO IJIAHETAPHOTO MEXaHW3Ma, Kacalo-
1eecs MOJIydeHus OOJIBIIIOTO MePefaTOYHOr0 IUCIa
IIPH €ro Mayibix rabapurax, MPAKTHUYECKHU HeIb3s
ObLIO ObI HCIIOJb30BATDH [JIS ITOBBIIIEHUS TOYHOCTH
M3MEepEeHHs YIJIOBBIX IlepeMeltenuii. B cBa3u ¢ atum
B yIJIOMepe, IPEeACTaBIeHHOM Ha puc. 1, paccmarpu-
BaeTcd IJIaHeTapHAadA mepenada 6e3 COTHEeTHOTO IIeH-
TpaJbHOro Koseca. [Ipu sTom KuHEMaTHIecKas 1memnb
mepefavn COKpallaeTcsa Ha OIHY CTYIeHb, 3HAYH-
TeJIbHO YIIPOIAaeTcd KOHCTPYKIIHA yIjioMepa, IIO-
CKOJIbKY He TpebyeTcs OTHOCUTEIBHO BBICOKAA TOY-
HOCTBH M3TOTOBJIEHUA €0 BJIEMEHTOB U UX COOPKHU HA
HCIBITYEMOM o0pasiie. OTO SBJISETCA CyIIeCTBEH-
HBIM (PAKTOPOM, OOGECIIEYHBAOIINM [TOCTATOUHYIO
IIPOCTOTY W TOYHOCTh H3MEPEHUs IepeMeleHu
MpPYU KCUBITAHUAX HA Kpydenwe. Kumemarwmueckas
cXeMa paccMaTpUBAaeMOr0 YCTPOHCTBA IIpEJCTaBIIe-
Ha Ha puc. 2,6. B mamHoM ciaydae mepemaTodHoe
YHCITO

l9g = Wy/ws, (1)

rae Wy U W3 — COOTBETCTBEHHO YIJIOBbIE CKOPOCTH
caTeJl;inTa U BOOAHUJIA.

T . TI]
TN, Iy,
rs
Leceer Leies Lecees
[77777 s 771_'1'7_-
=l a =1 0

Puc. 2. Kunemaruueckre cxemMbl MCXOAHOTO (@) W mIpemiia-
raemoro (0) IIaHeTapHOro MexaHusMa: I — MOABH/KHOE IIeH-
TpaJbHOE KOJeco; 2 — caTelauT; 3 — BOAWI0; 4 — HeIo-
IBHUIKHOE IIEHTPAIIBHOE KOJIECO

O6pasers 13 B coope ¢ yrimomepom (cM. puc. 1) yc-
TaHaBJINUBAEeTCA I'OJIOBKAMH B 3aXBaTbl UCIIbITATEJIb-
HOH MaIllWHbI 1 Harpy:xaerca MomenToMm M. Ilpu ero
3aKPYyYHBAHUH KOJIBIO 8 ¢ KPOHIITEHHOM 9, IITOKOM
10 u coeguHEHHOE C HUM Yepe3 KPOHIITEeHH 3 BOoU-
J10 2 OymyT TMOBOPAYHUBATHCI OTHOCHTEIBHO KOJBIA
1. Baaromapsa HAIWYHUIO IIAHETAPHOU Mepegadu ca-
TEJTUT 5, Bpalasachk Ha ocu 4, 6ymer 00KaThIBAThCA
II0 COUPATAEeMOM C HUM pAaCUYeTHOH MOBEPXHOCTHU
[EHTPAIBLHOTO KOJieca. 3a0/[HO C CATEIZINTOM ITOBEp-
HeTCA TakKe W TPAHCHOPTHP 6 Ha COOTBETCTBYIO-
MUY yrojl, KOTOPBIM OTCYUTHIBAETCS II0 yKas3aTesio
7. B3auMHBIH TOBOPOT IIOTIEPEYHBIX CEIEHUH 3aKPy-
YUBAeMOro o0pasia, B KOTOPhIX KPEeIaTcs Koabia 1
u 8, oIpenensaeTcsa ¢ y9eTOM HeIIOABI;KHOCTH OJTHOTO
13 HUX OTHOCUTEIBHO JPYTOro M0 POpMyIe

Q = Q1/igg, (2)

rie ¢, — HU3MEPEHHBIH II0 TPAHCIOPTHPY YTOJ B
rpagycax. I[lpuauMas BoO BHEMaHHE TO 00CTOSTENb-
CTBO, 4TO 32 OTUH 060POT BOAMIIA CATEIUT JOJIKEH
IOJIHOCTBIO OOKATaTh IIEHTPAIBHOE KOJIECO II0 CO-
IpATaeMoi C HUM pacdyeTHOM HIMJINMHAPUYIECKON II0-
BEPXHOCTHU U coBepIIuThb upu 3toM D,/D5 060poToB,
a Takxe yduThIBad (2), MOMKHO 3alIMCATh JAHHOE BbI-
paskeHUEe B BUIE

¢ = ¢1D4/D;. 3

Ilna mpoBefieHus WCIBITAHWA I yriaoMepa
ObLTa M3TOTOBJIEHA IJIAHETApHAd 3y0Jyaras mepe-
Ja4a C BHYTPEHHUM 3allellJIEHWeM, XapaKTepusy-
eMasg CIeAYIAMA KHHEMATHYEeCKUMH Iapame-
TpaM¥: HOMUHAIBHBIE TUAMETPBI JeTUTEIbHBIX OK-
PYKHOCTEH IeHTPAIBHOTO KOJieca M CATeITUTA —
D, =220 mm, D3 = 20 MM; MOIynh 3allelJICHUT
m = 1 mm; yncio 3ybbeB Ha kosece — 220, a Ha ca-
temmure — 20. Homunanbusiit guamerp Dy compsi-
raeMbIX IAJIAHIPUUYECKHX ITOBEPXHOCTEH BOAWIA U
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KoJieca IpuHAT paBHbIM 70 MM. Bce ocHOBHBIE meTa-
JIU yrjoMepa B IIeNIX yMEHbIIIEHUS ero Beca M3ro-
TaBaUBAIN U3 amomuHueBoro cmiasa J[16T. Ombr-
THI IPOBOJWIN Ha KpyTuiabHOH Maruuae KM-50 3a-
KpyunBaHmeM obOpasia u3 craau 40X mguamerpom
15 MM u paboueit amunoH [, = 120 mm. Ilpm sTom
koibia I u 8 Kpenmwinu TpeMs 3aKaleHHbIMU CTalb-
HbIMU BuHTaMu M6 Ha 00pasiie B MOMEPEYHBIX Ce-
YEHUAX, OTCTOAINNX APYT OT APyra Ha PACCTOSHUU
lo = 80 mm.

Il mpoBepKM TOYHOCTH H3MEPEHHs YIPYTHX
YIJIOBBIX TIEPEMEeIeHHH ¢ TIOMOIIBI0 IPeIIaraeMoro
yriioMepa ONpeNeIaln [0 AAHHBIM OIBbITA MOIYJb
CIBUTa, 3HAYEHHWE KOTOPOTO /I HCCIeTOBAHHOH
cramu cocraBuiao 7,8 - 10* MIla, uTo MeHbIe crpa-
BouHOro 3Hadenud (8 - 10 MIla) ua 2,5 %. B nenax
MMPOBEPKH OCTOBEPHOCTH TIOJYYEHHBIX OKCIIEPH-
MEHTAJIBHBIX [AaHHBIX OBLIM COMOCTABJIEHBI TAKKe
macTuyeckre medopMaIiii CABUTA Y Ha paboueit
TIOBEPXHOCTH 00pasiia mocjie MOJTHOM ero pasTpysKH,
OTIpeieNieHHbIE C TIOMOIIBI0 YIJIOMEpPA U PACCUUTAH-
HbIe 110 hopMyIie

y = tgg, 4)

rae § — M3MepeHHbIH HA WHCTPYMEHTAIHHOM MUK-
pockoie BMU-1 yron mesxay pucKou (IIUPUHOU U
nryOouHOM ~20 MKM), HAHECEHHOH 10 HArPY:KeHUS
Ha pabouyIo IIOBEPXHOCTh 00pasiia IapajjieIbHO ero
ocu, u nocinenHed. Pacuer caBuroBoit medopmariuu
110 JaHHBIM, MOJYYEHHBIM C IIOMOIIBIO IIpemiarae-
MOTO yIJIOMEpPA, IPOBOAMIH 10 (DOPMyJIe

Yy = npd/3601, 5)

rme d — auamerp o0pasiia; ¢ — YToJl, OlpeJeseH-
HBIH 110 hopmyiie (4).

Ha puc.3 mnpuBemena auarpamMma CIBHUTA
t = t(y) (1), mocTpoenHas 1o pesyiabraram audde-
penIupoBanud guarpammbl kpydenus M = M(y) co-
rmacuo opmyie I1. Jlogsuka [2]. 3mech ke mpen-
craBjieHa KpuBasd yupodHeHus o = o(e) (2), mocrpo-
€HHAd C y4eTOM COOTHOIIEHHH TEOPHUU ILIACTHY-
HOCTH [3]

o=1/V3; e=v/43. (6)

T, T, Mlla
1200 et
Lo
2 /
1000 /)"
200 /
1 -
-—--h-

600 /,.__,_.--—-
400 /
200

0 0,02 0,04 0,06 0,08 0,10 0,12 Y. €

Puc. 3. Tuarpammva casura (1) u kpuBas ynpodHeHus (2)

Takum o6paszoMm, IIpHBEeIEHHBIE SKCIEPUMEH-
TaJIbHbIE JAHHBIE TTO3BOJIAIOT CAEIATh BBIBOJ O J0C-
TAaTOYHO BBICOKOM TOYHOCTH HU3MepeHusa YTJIOBBIX
IepeMeIeH i C IIOMOIIbI0 PACCMOTPEHHOT0 YIIOMe-
pa Kak IpH yOpyTHUX, TAK W IPHU [JIACTUYECKUX JIe-
dopmammax. B cBasu ¢ sTuM yriaoMep peKOMeHZIO-
BaH K IPUMEHEHHUIO [IPY HMCIBITAHUAX KPYTJIbIX 06-
PpasIoB HA KpydeHHe.

Paspaboranuas KOHCTPYKIHA yIjioMepa AJisd 3a-
Mepa YTIIAOBBIX meopMalidii MpPH ILIACTHIECKOM
KPY4YeHHH KpPYIJILIX 00pasI[oB MO3BOJSAET OIpefe-
JIATh OCHOBHYIO XapaKTEPUCTUKY IIO[BepraeMbIX
ILUTACTHIECKON 00paboTKe IaBI€HHEM MEeTaJlIOB —
KPHBYIO YIIPOUHEHHS.
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Cmamuvs nocmynuaa 12 aueaps 2018 e.

B macrosimeii crarbe 00CysKIaeTcs BOIPOC 00ECIIeYeHUs MMPOCIEKHBAEMOCTH PE3yIbTaTOB
oIpeaeseHnusa BOAbI B TBEPAbIX M HKUAKNX BellleCTBaX W MaTepuaaax. PaCCMOTpeHLI JITaIlbl
PpaspaboTKH U COBEPIIIEHCTBOBAHUS, a TAKKe cocTaB ['0cyJapCcTBEHHOrO IEPBUYHOIO STAIOHA
€TUHUI] MACCOBOH JIOJIM ¥ MAacCOBOM (MOJITPHOM) KOHIIEHTPAITUN BOABI B TBEPIABIX U JKUTKAX
BerriecTBax U Marepuanax ['OT 173. Boiasnens: npo6iemMbl OrpaHUYeHHON TPHMEHUMOCTH
STAJIOHA IS Pa3IesIeHus BOAbI C PA3IHYHBIMHU SHEPTUSMU CBI3H, 8 TAK/KE HEBO3MOKHOCTH
UIeHTU(DUKAIINN OTIUIHBIX OT BOJBI JIETYINX COSMUHEHUN IPU TePMUIECKOH 06paboTKe uc-
cremnyeMbix MarepuasioB. Ilpencrasiens! pesyiabrarsl coBepiiencTsoBanus [T 173 myrem
BKJIFOYEHHS B €r0 COCTAB JOIOJHHUTEILHON 3TAJOHHOM YCTAHOBKM, PEAU3YIOIIEH MEeTOIbI
Tepmorpasumerprdeckoro ananusa (TT'A), nuddepeHnraabHOl CKAHUPYIOIIEH KaTopHUMeT-
puu (JICK) u macc-ciexrpomerpun (MC). Omricans! cocTaB v IPUHITUI TeHCTBHUA HOBOH 9Ta-
JIOHHOM yCTAHOBKHU. IIpencTaBiieH aJirOpuT™M OLIEHKH HEOIIPEIeI€HHOCTH BOCIPOW3BEIECHUS
€/IMHUIBI MACCOBOK JIOJIM BOJBI C IIPUMEHEHNEM JAHHOU STAJOHHON YCTAHOBKU U BBIABIEHBI
WCTOYHWKHA HeolpeeseHHOCTH. [IpuBeieHnl pesyibraThl 9KCIEPUMEHTA [0 YCTAHOBICHHIO
HIGKHEN TPaHHUITLI THAIA30Ha BOCIIPOU3BEIEHNUs eIMHUIIBI MACCOBOM 10/n BoIbl. PacemoTpe-
HbBI PEe3yJIbTaThI CIMYEHUH Pe3yIbTATOR OIPENeIeHNs BOAbl B KPUCTA/LIOTAAPATAX, IIOJyIeH-
HBIE C HUCIIOIB30BAHUEM YCOBEPIIIEHCTBOBAHHOTO STAJIOHA U BBICOKOTOYHBIX YCTAHOBOK MET-
POJIOTHYECKHX ¥ BEIYIIHAX OTPACIEBbIX MHCTUTYTOB €BPOIeHcKux crpad. IIpemcrasieHs! pe-
3yJIbTAThI Pa3pabOTKU CTAHIAPTHOIO 00pasIia MacCOBOM JOJIM BOABI B QUTHApPATE MOIHOIATA
Harpua (NayMoO, - 2H,0 CO YHHHM) I'CO 10911-2017, npenHasHAYEHHOTO AJIA METPO-
JIOTMYECKOTO 00ECIIeYeHns CPEICTB U3MEPEHH U METOAUK M3MEPEHHH, OCHOBAHHBIX HA WC-
[I0JIb30BAHUH TEPMOIrPAaBUMETPHYIECKOro MeTona. OIucaHbl [OIOIHUTEIbHbIE BO3SMOKHOCTH,
OTKPBIBAIOIIUECST B PE3yJIbTATe BBEIEHUS HOBOU JTAJIOHHOM YCTAHOBKU B COCTAB TOCYap-
cTBeHHOro nepBrdHOro srayona I'AT 173, Takue kak uaeHTUMDUKALNSA U OIPeIe/IeHIe OTIINY-
HBIX OT BOJIbI JIETYYUX KOMIIOHEHTOB, yCTAHOBIIEHNE ¥ KOPPEKTUPOBKA PEIKUMOB CYIIIKH KaK B
J1a60PATOPHBIX YCIOBUAX, TAK U B XOJ€ TEXHOJOTMIECKOTO IIPOLIECCa, a TAKIKE OIpeLeeHne
BOJIbI KAK OJIHOU M3 OCHOBHBIX IIPUMECEH IIPH OI[EHKE MAaCCOBOM J0H OCHOBHOTO KOMITOHEHTA
BBICOKOYHUCTBIX BEIIIECTB.

KiroueBslie ciIoBa: sTajJOHHAS YCTAHOBKA; TOCYIAPCTBEHHBIN TEPBUYHBINA 3TAJIOH; TEPMO-
IpaBAMETPHUYECKUH aHaIN3; Macc-CIIeKTPOMETPUs; XUMUYEeCKH CBA3aHHAsd BOZAA; CTAHIAPT-
HbIe 00pa3IIbl; CITMIEHUS.

A REFERENCE INSTALLATION BASED ON THERMO-GRAVIMETRIC ANALYSIS
WITH MASS-SPECTROMETRIC DETECTION AS A PART
OF THE STATE PRIMARY STANDARD GET 173
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The issue of assuring the traceability of the results of water determination in solid and liquid sub-
stances and materials is discussed. The stages of development and improvement, as well as composi-
tion of the State primary measurement standard of mass fraction and mass (molar) concentration of
water in liquid and solid substances and materials (GET 173) are considered. The problems of the lim-
ited applicability of GET 173 in case of separation of water with different binding energies and impossi-
bility of conducting qualitative analysis of non-water volatile compounds during heating of substances
and materials are revealed. The results regarding upgrading of GET 173 due to incorporation of addi-
tional reference installation which implements the methods of thermo-gravimetric analysis (T'GA), dif-
ferential scanning calorimetry (DSC) and mass-spectrometry (MS) are presented. The composition and
operating principle of the new reference unit are described. An algorithm for estimating the uncer-
tainty of reproducing a unit mass fraction of water using this reference facility is presented and sources
of the uncertainty are identified. The results of the experiment on determination of the lower limit of
the reproduction range for a unit water mass fraction are presented. We also present the results of
comparisons regarding determination of the water mass fraction in crystalline hydrates obtained using
the improved State primary standard and high-precision installations of the metrological and leading
sectorial research institutes of the European countries. The results of developing a certified reference
material of water mass fraction in sodium molybdate dihydrate (Na,MoO,-2H,0 CRM UNIIM
10911-2017 intended for metrological support of measurement instruments and measurement proce-
dures based on thermo-gravimetric method are presented. Additional possibilities which result from
the introduction of a new reference installation into the state primary standard of GET 173 are dis-
closed: identification and the quantification of non-water volatile components, adjustment of drying re-
gimes both in laboratory and process conditions, determination of water content as one of the main im-
purities in estimating mass fraction of the main component of high-purity substances.

Keywords: reference installation; State primary standard; thermo-gravimetric analysis; mass spec-
trometry; chemically bound water; reference materials; comparisons.

B Poccuiickoit @emepariuiy mpociexuBaeMoCTb pe-
3yJIBTATOB OIpPeNeIeHU BOJbI B TBEPAbIX U JKUTKUX
BeIl[eCTBaxX M MaTepuajax 00eclednBaeTCs MpuMe-
HEHUEM CTaHAAPTHBIX 00Pa3I[0B U CPENCTB HU3Mepe-
HUM yTBEP:KAEHHBIX THUIIOB, MPOIIEANINX IIOBEPKY
cormacHo moBepouHoil cxeme [1] ¢ I'ocymapcrsen-
HBIM ITIEPBUYHBIM ITAJIOHOM €IUHUI] MACCOBOH J0IU
M MaccoBO¥ (MOJIIPHOM) KOHIIEHTPAIIMHA BOIBI B
TBEPIBIX ¥ KUAKUX BelecTBax u marepuaiax ['9T
173-2013.

Jrason 66T paspaboTaH U UCCIeI0BAH B ¥ paiib-
CKOM HAy4YHO-UCCIEI0BATEIBCKOM HWHCTUTYTE Me-
tposoruu (PI'VII «YHUUM») B mepuom 2006 —
2008 rr. u yrBep:kaeH B 2009 r. ¢ HauMeHOBaAHHEM
«['ocynapcTBeHHBIN IIEPBUYHBIN 3TAJOH EIUHUIL
MAaCCOBOH [TOJIM ¥ MACCOBOU KOHI[EHTPAIIMHU BJIATH B
TBEPBIX BEIeCTBAX W MaTepuaiaX» U MPUCBOEHU-
em Homepa I'9T 173-2008 [2].

B cocras I'9T 173-2008 Bomutu sTamOHHBIE
YCTAHOBKY, PEalN3yIoIhe pasaiudHble MOAU(pHUKA-
Y TEPMOTPABUMETPHIECKOTO METO/A: BHICOKOTEM-
rnmeparypHas BakKyyMHAas CyIlIKa, BO3AYIIHO-TEI-
JIoBasg CyIIKa, HU3KOTEMIIEpaTypHAsd BaKyyMHAad
CyIlIKa, CyIIIKa B TOKE WHEPTHOTO rasa, a TaKKe
obopymoBaHue s U3MEPEeHUs IJIOTHOCTA METO0OM
Apxumena.

B mepuwox c¢ 2011 mo 2013r. BOo DI'VII
«YHUHUM» srajon O6bLI yCOBEPIIEHCTBOBAH |
yTBep:kaeH ¢ npucBoenrem Homepa ['9T 173-2013
[3]. B ero cocras O0bLIH BEJIOYEHBI 3TAJIOHHBIE yCTAa-
HOBKH, peausyoline XUMUIeCKHe MeTO bl OIpeie-
JIEHUS BOJbI: BBICOKOTEMIIEPATYPHAA KYJTIOHOMETPHS
B TOHKOM IIeHKe HeHTOoKcuma dpocdopa, BOIHOMO-

MEeTPHUYECKOe U KyJIOHOMETPHIECKOe THTPOBAHUE TI0
merony Kapna ®umepa [4]. Pesynsraramu ycosep-
[IEHCTBOBAHUSA CTAJIN PACIIHpPEHHe IHAIla3oHa HU3-
MEepEeHUH U BEIUEHHE B 00JaCTh IPUMEHEHUs JTa-
JIOHA JKUIKUX BEIECTB U MATEPHAIIOB.

Ocob6eHHOCTBI0 (PUBUKO-XUMUYECKUX METOIO0B
oIpeieIeHus BOJbI, ITOJIOKEHHBIX B OCHOBY STAJIOH-
HbIX ycranoBOK ['OT 173-2013, asnserca mposee-
HHe OBYyXCTagWWHOro amamusa. Ha mepsBom sraire
MIPOUCXOIUT W3BJIEUEHHE BOABLI W3 MATPHUIBI MaTe-
puana aubo MyTeM HarpeBaHus U IepeBoia BOIbI B
rap (71 TepMOrpaBUMETPUIECKUX YCTAHOBOK U BbI-
COKOTEMIIEPATYPHOM KyJIOHOMETpHH), aub0 B pe-
3yJbTaTe PACTBOPEHHSA M SKCTPAKIHUHK (I MeToma
Kapna ®uinepa), a Ha BTOpOM — OIIpeeIeHre KO-
JudaecTBa HSBHequHOﬁ BOOHBI. HpI/I HUCIIOJIB30BAHUN
TEPMOrPaBUMETPUYECKHUX METOIOB BOMAY OIpPeells-
0T II0 «II0T€pe MACChI IIPH HArpeBe», KOTopas MO-
JKeT OBITh OOYC/IOBJI€HA HE TOJIBKO BBIIEICHUEM
BOZBI, HO M IPYTUX JIETYYUX COENUHEHUMH, YTO IIPH-
BOAUT K 3aBBIIIEHHBIM pesyibTaTaM uaMepeHui. M,
Hao00POT, 3aHM:KEHHBIE PEe3yJbTAThbl H3MEpPEeHUN
MOTYT OBITH ITOJIyY€HbI BCJIEICTBHE HEIIOJHOIO yia-
JIeHusA BOABLI B Ipoliecce CyInku. Taxmm oOpasoM,
IJIA IIOJIy4eHHUsA NJOCTOBEPHBIX Pe3yJ/IbTaTOB OIIpene-
JIGHHUS BOJbI, 0COOEHHO IIPY aHAJIK3€ BEIeCTB CIIOMK-
HOT'O COCTaBa, BBIOOP PEKHUMOB CYIIKH TOJLKEH CO-
MPOBOMKIATHCA HACHTU(UKAIUEH BCEX BbIIEIAIO-
muXcd IPU HarpeBaHUM COeTUHEeHUH.

3amada 4eTKOH HMIEHTH(PUKAIIUA W YCTAHOBJIE-
HHS XUMHUYECKOTO COCTaBa BBIAEAIOIIUXCI IIPH Ha-
rPEBAHUM COENUHEHUH SBJISETCI aKTyaJIbHOU Ha
cTaguu paspaboTKM W B IIpoliecce IIPOU3BOICTBA
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BBICOKOYHCTBIX BEIIIECTB B PAIE OTPACIeH IIPOMBIIII-
JIEHHOCTH, TAKUX KaK SJIEKTPOHHAA IIPOMBIILIECH-
HOCTb, HPUOOPOCTPOCHHE, AaABHAIIMOHHO-KOCMUYE-
CKOe MAaIllMHOCTPOeHHe, OOOPOHHAS IIPOMBIIILIECH-
HOCTb, 4 TaK:Ke IPU AHAIN3e XUMHUYECKUX PEeaKTH-
BOB ¥ (papMalleBTHYeCKuX mpenaparos. IIpu onenke
YHCTOTHI XHMHUYECKHX BEIIEeCTB OIPENe/aioT He
TOJIBKO OCHOBHOE BEIIECTBO, HO U BCE COEepIKAIIITe-
csi mpuMecHble coefnuHeHus. OmHOM W3 OCHOBHBIX
ImpuMecel, OKAa3bIBAIOIINX KpaiHe HEeraTUBHOE BO3-
neficTBHE Kak Ha (bU3W4YecKue, TaK U Ha dKCILIyarTa-
[IMOHHBIE CBOMCTBA CO3[aBAEMbIX MaTEPHUAJIOB, SB-
nsgercs Boxa. I[Ipu sTOM BaKHO HE TOJBKO OmIpere-
JUTH OoOIllee comepskaHue BOAbI C BBICOKOW TOY-
HOCTBIO, HO U BBIZIEJIUTH B €€ COCTABe KPUCTAJLIH-
3amuoHHy0 Boxy. OQHAKO PAcCMOTPEHHBIH BBIIIE
IBYXCTQIUUHBIA XapaKTep OIIpelesieHUsd BOJbI,
peanTu30BaHHBIA HA STATOHHBIX ycraHOBKax ['OT
173-2013, orpannyuBaeT IpUMeHEeHNe STATIOHA I
pasmeneHus MeXaHWUYEeCKH, (PHU3UKO-XUMHUYECKH U
XMMHYECKH  CBI3aHHOW  (KPHCTAILIHU3AIIMOHHOM)
BOgHI [5].

3ajajya Moo4YepesHOTO BhIMENEHUA BOJBI C Pas-
JIMYHBIMYU SHEPTUIMHU CBSA3H, UIECHTUMUKAIINN U, 110
BO3MOJKHOCTH, OIpPEAeeHUs BBIIEIAIIINXCT OT-
JIUYHBIX OT BOABI JETYYHUX KOMIIOHEHTOB MOKET
OBITH pellleHa ¢ MPUMEHEeHHEM TepMOTPpaBUMeTPIIe-
cxoro anasusa (TT'A) u nudepernnnanbHOM CKaHN-
pyiomieii xamopumerpuu (JJCK) c¢ mace-cemexrus-
HbIM gerekTupoBanuem (mamee — TI'A/IICK-MC),
Kak 9To ObLIO caenano B paborax [6 — 12]. Ilpu stom
TT'A mosBosfeT ompenessiTh U3MEHEeHre Macchl 00-
pasiia Iof [eHCTBHEM TeMIIepaTyphl, TeMIIepaTyp-
HyI0 CTA0HUIBHOCTH 00pasila ¥ KOJIUYECTBO CTamHi
pasnoxkenus. J[CK maer BO3MOKHOCTH OIpeneasaTh
KOJIMYECTBO TEILIOTHI, HEOOXOAUMOe [ yAaJeHUs
U3 aHATU3UPYEMOT0 MaTepuasa JeTydnX IIPH 3a1aH-
HOH TeMIeparype KOMIIOHEHTOB, a TaK:Ke TeMIIe-
patypy u Temiory (asoBbIXx mepexomoB. Hamwmume
B cucreme TI'A/IICK-MC wmacc-celeKkTuBHOro je-
TEKTOpa TO3BOJHUT WACHTH(PUIUPOBATL BBIAEIIS-
folecsd rasbl, B TOM YHCIIE, BOLY.

Hacrosimmasi craresi mHOCBSIEHA pesysibTaTaM
coeepiercrBoBanua ['OT 173 2013 myrem BrIIOUE-
HHS B €r0 COCTAB JOIIOJIHUTEIHHON 9TAJIOHHOH yCTa-
HOBKH HAa OCHOBE T€PMOIPABHMETPHUYECKOTO aHAJIH-
3a C MacC-CIIEKTPOMETPUIECKUM ETEKTHPOBAHUEM.

Y CTPOMCTBO U IMPHHITHATI
IEeHCTBUA STAJIOHHON YCTAHOBKH,
peamusyromeit meroasr TTA/[ICK-MC

B cocraB sTanmoHHON yCTAHOBKH BXOIAT CJIELY-
IOIE CpeJiCTBA H3MEPEHUH: CHUHXPOHHBIM TepMO-
anamuzatop STA 449 F5 Jupiter, kBagpymoabHbIi
macc-crekrpomerp QMS 403 D Aéolos, Becwr anamu-
tuueckre | (cmermasbHOrO) Kjaacca TOYHOCTH II0

[13] CPA225D Sartorius, a Takmke BCIIOMOraTelb-
HbIE YCTPOMCTBA, IPUHAJIEKHOCTH U PEaKTHBHL.

Cunxponnsiii Tepmoananusarop STA 449 F5
Jupiter, oobenuuAOmui B cebe yurnmu audde-
PEHIMATBLHOTO CKAHUPYIOIIEro KAJOPUMEeTPa U BbI-
COKOUYBCTBUTENHHBIX AHAIUTHUYECKUX BECOB, IIPE]-
Ha3HAYEH JJI CHHXPOHHOTO OIPEeIeJeHUs KATOPH-
MeTpuyeckux 3((EKTOB U M3MEHEHUS MACChI PH
HOPMAa/IbHOM JABJIEHUHU, B JUHAMWYECKOW U CTATH-
geckoit atmocdepax. Kouncrpykrusao STA 449 F5
Jupiter BhIMOTHEH B METAIINYECKOM KOpIIyce, Ha
KOTOPOM CMOHTHPOBaHA BBICOKOTEMIIEpATYPHAS Kap-
OUmo-KpeMHIeBasA MeYb C BEpXHEH BEPTHKAIbHOU
3arpy3Koi, OCHAI[eHHAs aBTOMATHYECKUM IO HEM-
HBIM yCTPOMCTBOM. BHYTpH KOpIyca TepMoaHaausa-
TOpa PacCIOI0KeHbI BHICOKOUYBCTBUTEIHHBIE BECHI B
TEePMOCTATHPOBAHHOM KOMKyXe, SJIEKTPOHHAS CXeMma
VIIPABJIEHUSA U DJIEKTPUUECKUU TPUBOJ] MOIHEMHOTO
yerpoiictBa. OxnmaskqeHre U TEPMOCTATHPOBAHHIE
BCTPOEHHBIX BBICOKOUYBCTBUTEILHBIX BECOB OCYIIle-
CTBJISIIOTCA TPY TIOMOIIY BOMABI, IS TOJIEPIKAHMS
3aJIaHHON TeMIepaTypbl KOTOPOH HCIOIb3YeTCs
TepMocTar (OXJIAAUTENb C IIUPKYIAIIHOHHON BAHHOM
u BogaHbM (puabTpom). Kpome Toro, B STA 449 F5
Jupiter mpemycMoTpeHa 3aluTa CHCTEMbI B3BEIIIH-
BaHUsA OT arpeCCUBHBIX CPEMI U BBIAEJISIONUXCI ra-
30B HEIPEPHIBHBIM IIPOIyBAHUEM a30Ta.

STA 449 F5 Jupiter cioco6eH BBITOIHATH U3Me-
peHus B JUHAMHYECKOM IIOTOKE rasa, CTATHIeCKOMN
ra3oBoil atmocdepe u Bakyyme. [aa sToro Tepmo-
aHaIu3aTOP MOKHO IIPHUCOEAWHATH K OasuioHy(HaM)
C rasaMM WIH K TeHeparopaM rasoB dYepe3 TpU
BCTPOEHHBIX PETyISITOpa pacxoma rasoB (OOUH —
I KOHTPOJIA pacxoja B3alUTHOTO ra3a W ABa —
IJIsT KOHTPOJIS MPOAYyBOYHBIX razoB). OH Takke oc-
HallleH BaKyyMUpPYOIIMM ycTpoiictBoM AutoVac,
OCYIIIECTBIIAIONIMYI ABTOMATHYECKOE BaKyyMHPOBa-
HUe U TOoC/Ieayollee 3amoIHeHre Ipubopa rasoM c
TIOMOIIIHI0 POTAI[MOHHOTO JIOIIACTHOTO HACOCA.

Kragpymonbasiit mace-criekrpomerp QMS 403 C
Aéolos peguasHaveH 111 HAEHTH(UKAIINN U OIIpe-
JeJeHns KOMIIOHEHTOB Ta30BOM CMECH, BBIJEJISIIO-
[UXCA B IPOIIECCE TEPMOTPABUMETPHUIECKOTO AHa-
au3a B peskmuMe peanbHOro Bpemenu. QMS 403 C
Aéolos cHabkeH MCTOYHHUKOM C IIePEeCEeKArOIIUMUCS
MIyYKaMU JJIS TOIyIeHU BbICOKOH JTUHEHHOCTH CHUT-
HAJIOB TIPU HU3KOW (PparMeHTaIluyd MOJEKyJI W Je-
texkropom Channeltron (SEM-Secondary Electron
Multiplier/ BTopr4HBIH 3IE€KTPOHHBIH YMHOKHUTEIE)
71 OBICTPOTO ¥ TOYHOTO aHAIW3a JAaHHBIX. Bakyym
co3maeTcs AByMA HACOCAMU: TyPOOMOJIEKYIIPHBIM U
MeMOpPAHHBIM, COEIWHEHHBIMH IIOC/Ie0BATENbHO.
Hna ynanenus ancopOUpOBaHHBIX Ta30B MOKHO HC-
MIOJIB30BATh (PYHKIIMIO ABTOMATHYECKOTO IIPOTpeBa
BaKyyMHOUM €MKOCTH.

OcHOBHBIE TEXHUYECKHNE XAPAKTEPHUCTHUKH yCTa-
HOBKH IIPEICTABJICHBI HUKE:
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Puc. 1. UcTroyHuKN HEONpEeeIeHHOCTH IIPH pPealn3aiiuu
merona TTA/IICK-MC

Juanason nokasaunuit remmeparyp, °C. . Ot 25 mo 1600

Ckopocts Harpesauus, °C/mun . . . . . Ot 0,001 mo0 50
Maxcumansubiii Havanbabii Bec (HIIB), r. . . . . . 35
JucKpeTHOCTD TOKa3aHui

TOTEPH MACCBL T . . . . . « + « v o v+ o . . 1-107

Jlnana3on uaMepeHui y1eIbHOU TeII0ThL
(asossix mepexomos, klx/&r . . . . Ot 10 1o 1000
IIpoxyBounsbIe rass (aTmocdepa

B Kamepe o6pasma) . . . . . . . . . . . Hueprusie,
OKHCIIUTENbHBIE,

BOCCTAHOBUTEIHHBIE

Wonuzanus saekTpoHHBIM yaapom, 3B . . . . . 5-100

Jlnamnason uaMepseMbIX aTOMHBIX Mace, a.e.Mm. . 1 — 300

Meron BoCIpouM3BEAEHUS MAaCCOBOM [OJH BOJbI
OCHOBAH HA TEPMOTPABUMETPHUYECKOM aHAJu3e,
pesynIbTaTOM KOTOPOTO SIBJISIOTCS 3aBUCHMOCTH IIO-
TepH MAacCChl OT TEMIIEPATYPhI, HA3bIBAEMbIE TEPMHU-
YeCKMMH KPHBBIMH HJIM TepMorpamMMamu. B xome
aHamW3a TMapbl BOAbI, BBIAEIAIONIHAECH W3 aHAIH-
3UPyeMOH TPOOBI IO BO3AEHCTBHEM BBICOKOM
TeMIIepaTyphl, IEPEHOCATCA ra3oM-HocuTeneM (ocy-
IIEHHBIM a30TOM) Yepe3 CHCTEMY COUPSKEHUA B
MOHHBIH MCTOYHUK MAacC-CIIEKTPOMETPA, T7ie T0IBep-
rarTcsa 00MOApPAUPOBKE IIyYKOM dJIeKTPOHOB. [lpm
9TOM MOJIEKYJIbI pacHaZaloTca Ha 3apsSyKeHHbIe
¢dparmenTsr. Bua u komudecTBO TaKUX (DPArMEHTOB,
a TakKe MEXaHH3M pachaja MOJIEKYJ XapaKTepu-
3yIOT OIIpefeJIeHHOe coefuHeHWe. B aHammusaTope
mpubopa 3a cueT JeHCTBUS KBaAPYIIOJHHOTO JIIEK-
TPUYECKOTO II0JIS IIPOUCXOIUT PasiesieHHne HOHOB II0
OTHOIIIEHHIO MacChl K 3apsany (m/z).

SHavYeHne MacCOBOM OJIU BOABI BHIUUCIAIOT II0
YPaBHEHHUIO:

W= ™ somes 100+ A0 + ATL, (1)

M yraa+raseckr — Mruras

TA€ Moyyrne — MacCa THUTJLA, MT; My +napeckn —— MaC-
ca THUIJIA C HABECKOM, MT; My, — Macca BOJbI
ma TT/MC (mmoTeps Macchl Py BBICYIITHBAHUHT), MT;

A" — crangapTHaa ommMbKa pe3yIbTATOB OIpenese-
uua Boabl, %; AIl — cmerienue, cBI3aHHOE C BIIHSA-
HHEM (PAKTOPOB, YCTAHOBJIEHHBIX METOTHUKOH BOC-
mpousBefeHus, %.

Pe3yJII)TaTI)I HCCJ/JIeI0BaAHUA
METPOJJIOTHYECKHUX XapPpaKTEePHUCTHK

Mertponoruueckre XapaKTEPUCTHKN STATOHHOU
YCTAHOBKM HA OCHOBE TEPMOTPABUMETPHIECKOTO
aHaIN3a C MACC-CIIEKTPOMETPHUIECKUM JIETEKTUPOBa-
HueM, peanusyiomieit meroasl TT'A/IICK-MC, npu
BOCIIPDOMBBEIEHUHN U Tiepenade eIuHHUIIBI MACCOBOM
JOJI BOJBI YCTAHOBJIEHBI IIPU aHAJN3E KPUCTAJLIO-
THAPATOB C PA3IUYHBIM COMIEPIKAHUEM KPHCTAIIH-
3aITHOHHOM BOMBI, CTAHAAPTHBIX 00PA3II0B YTBEP:K-
JIEHHOTO THUIIA, BLICOKOYHCTHIX BEI[ECTB, MUHEPAIb-
HOTO CBIpPhs, IUIIEBBIX IPOIYKTOB U JIEKAPCTBEH-
HBIX CPEJICTB.

Ormenka HeompeneIeHHOCTEH BOCIPOU3BEIEHHU
€JIMHUI[bI MACCOBOM J0JH BOJABI C WCIIOJIb30BAHUEM
STAIIOHHOU YCTAHOBKHU ObLIA BBIMOJIHEHA B COOTBET-
crBuM ¢ pykosojcteoM [14]. CrammapTHyio Heorpe-
NEeJIEHHOCTh THUMAa A BOCIPOM3BENEHUS EIUHUITHI
MAaCCOBOH [0 BOABI OLIEHHUBAIHN KaK CPeIHEKBA-
paTHyecKoe OTKIOHEHHEe Pe3yIbTaToB BOCHMH He3a-
BUCUMBIX U3MEPEHUH, CTAHJAPTHYI0 HEOIIPe/esieH-
HOCTh THIa B — ¢ y4eToM HCTOYHUKOB HeOIpee-
JIGHHOCTH, TPEACTABIEHHBIX B BHJE IHATPAMMBI
«IIpUYMHA — CIIeJICTBHE» Ha puc. 1.

IIpu pacuere HeompeaeIeHHOCTH OIPEIEIEeHU
MAaCChl THUTISA (M) W MACChl TUTJIA C HABECKOH
(M e+ masecky) YIUTBIBAIH PACIIUPEHHYIO HEOIpe-
neneHHocTh BeCOB (Ugy.,;) B COOTBETCTBUU C CEPTH-
¢uraToM KATUOPOBKH, a TAKKe CTAHAAPTHLIE HEOIl-
peneneHHoCTh TUIIa A Pes3yIbTaToB U3MEPeHUI Mac-
cbI TUTJIA (U;) U MacChl TUTJIA C HABECKOU (u,5) HA
Becax CPA225D Sartorius ¢ IUCKpPETHOCTHIO B3Be-
muBanud 0,01 mr. IIpu pacuere HeompeaeneHHOCTH
oTIpejiesIeHus MacChl BOABI (IOTEPH MAacCChl TIPU Ha-
rPeBaHUM) YYHUTHIBAIM PACIIMPEHHY HeoIpee-
JIeHHOCTh BeTpoeHHBbIX BecoB STA 449 F5 Jupiter
(ugrs), ObECTIEYUBAIONUX [UCKPETHOCTH B3BEIIIH-
Barusg 0,0001 mr. Jlnsa mpoBemeHHs KaaubpPOBKH
BCTPOEHHBIX BECOB WCIIOJIB30BAIM THPH HOMUHAIE-
Hoii maccou 0,2 m 0,5 Mr, mpociexuBaeMble K Ha-
[HOHATBHOMY TIEPBUYHOMY 3TaJ0HY Macchl Benuko-
OpUTAHUN HA OCHOBAHUHU CEPTHU(UKATOB KATUOPOB-
KM, BBIZAHHBIX HalMoHAIbHBIM YIIPABIEHHEM II0
W3MEPEeHUsM W PeryJHpoOBaHHUI0 BeruroOpuTaHuu
(National Measurement and Regulation Office —
NMRO) [15]. Bausuaue gpaxkTopoB, yCTaHOBIEHHBIX
METOJUKOU BOCIIPOUBBEJEHUA — MaCChl HABECKHU HC-
CIIeTyeMOT0 BeIlecTBa (M apecry), CKOPOCTH IIOTOKA
rasa "Hocurens (@), CKopocTu Harpesa (vp), TeMIIe-
patypst HarpeBa (1) — oIleHHMBaIU IIyTEM IIPOBEJe-
HUS TOTHO(QAKTOPHOTO dKcrepuMenTa [16] ¢ Bbrurc-
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JeHueM Koa(ummenToB perpeccud  bi(Muapeci)s
bs(@y), bs(wy), by(T). Tunuysbie BRIAIBI OT PA3IAU-
HBIX MCTOYHHKOB B CyMMAapHYIO HEOIIPeneIeHHOCTh
Pe3yabTaTOB BOCIPOU3BEIEHUA eIUHHUITEI MACCOBOMN
IIOJIH BOJBI TIPEJICTABIEHbI HA pUC. 2.

[loBbIlIeHWE TOYHOCTH  OCYINECTBIISIETCA B
OCHOBHOM 3a CYeT CHUJKEHHS HeOIpeaeIeHHOCTH
M3MEPEeHHUsT MACChl BOILI (IOTEPH MACCHI IIPHU BBICY-
[IMBAHWM) HA BCTPOEHHBIX BECAX TEPMOAHATH3A-
topa STA 449 F5 Jupiter 61arogaps mpoBemeHUIO
OIIMCAHHOM BBIIIE MPOIEAYPhI KATUOPOBKH, BHIGOpA
apaMeTpoB U3MepeHus (BpeMeHHU, TeMIIepaTyphbl 1
CKOPOCTH HATpPeBa, HHTEHCUBHOCTH ITOTOKA ra3a-Ho-
CHUTEJIST), & TAKIKE TIATeNTbHONU TOMOTEHU3AIINH TTPO-
Obl ¥ TIPOBEAEHHs OOJBIIOTO KOJIHYECTBA IMapall-
JIeJIbHBIX U3MEepPeHUH.

Jlna ycraHoBIeHWs HWKHEH TPAHMIILI aMAara-
30HA BOCIIPOWBBENECHUSI EIWHHUI[BI MaCCOBOH OJU
BOJBI C IIPUMEHEHHWEM 3TAJOHHOW yCTAHOBKH, pea-
smuzyiormieit meroasl TT'A/JICK-MC, roroBuiu uckyc-
CTBEHHbBIE CMECH, COCTOSAIINE U3 MPOKAIEHHOTO I1ec-
Ka, He MMEIOIIero B COCTAaBe BOABI, C J00aBICHUEM
OJTHOTO KPUCTAJLIMKA JUTHIPATA MOJIUOIATA HATPUS
(cmech Ne 1) u rmokossl (cmech Ne 2). Kpucrammmkn
oTOMpasu ¢ TPUMEHEHUEM CTePEeOCKOITMIECKOTO
maukparudeckoro murpockorna (OAO  «JIOMO»,
C.-Ilerepbypr). 3HayeHWsT MAacCCOBOH IOAU BOIbI
YCTAaHABJIUBAIN C UCIIOJIb30BAHUEM MAHHBIX, IOJY-
YEHHBIX J[BYMS METOJAMHU: TEepMOrpaBUMETpHYE-
ckuM (II0 TIOTEpe Macchl) W Macec-CIIEKTPOMETPH-
yeckuM (II0 IUIOMIAAM TIMKa WoOHA c m/z = 18).
Iannble, mpencrasieHHble B Tabi. 1, 1eMOHCTPH-
PYIOT COTJIACOBAHHOCTH PE3yJIbTATOB, IOIYyYEHHBIX
IByMST METOJIAMH.

Takum o6pasoM, BBemeHNe STATOHHON YCTAHOB-
ku, peanusyioriei meroasl TIT'A/IICK-MC, mossonu-
JI0O CHUBWTDH HUKHIOI TPAHUILy AUAMA30HA BOCIIPO-
M3BeJIeHUs eMHUIIBI MACCOBOH J0JH BOABI B 5 pas
(¢ 0,005 mo 0,001 %).

Merposioruueckre XapaKTEPUCTHKH — yCOBEp-
mrercrBoBanHoro srtayona ['9T 173-2013, ycranos-
JIeHHBIE B Pe3yJIbTare MPOBeIeHHbIX UCCIe0BaAHNUH,
MpuBeeHbI B TA0II. 2.
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Puec. 2. Tunuunble BKIAAbl 0T PA3IWIHBIX HUCTOYHUKOB B
CyMMapHYI0 HEeOIIpeJeIeHHOCTb Pe3yJIbTaTOB BOCIPOU3BEe-
HUS eUHUIIBI MACCOBOM ITOJH BOIBI

PesmeTaTm MEKIAYHAPOITHBIX CINIEeHHH

B mepuwon 2014 - 2016 rr. ®I'VII «YHUUM»
NIPUHAJ YYaCTHEe B BBITOJHEHUH HAYYHO-HCCIEI0Ba-
tenbckoit Tembt EBPAMET SRT-s23 «Metpomorus
BIaxkHbIXx MarepuaioB» (MetefNet), ocHoBHBIMU
YYaCTHUKAMHU KOTOPOH ABIAIHCH METPOJIOTHIECKHE
¥ BeIyIIWe OTpaciieBble HHCTUTYTHI €BPOIEHCKUX
crpau: NPL u LGC (Bemuro6purauusa), DTI (Jla-
uns), BRML (Pymeiaus), UME (Typrus), UT (9c-
touua), INRIM (Mramua), MIKES (Punnaanua) u
np. O6bekTamMu cnudeHn OBUTH BHIOPAHBI KPUCTAI-
JIOTHAPATHI: MOHOTHApPAT o-D-1aKTo3bI, TreKcarup-
paT CcyKIuHaTa HATPUA W MOHOTHAPAT OKcaiaTa
KaJbIUI CO 3HAYEHUIMH MaCcCOBOH JIOJIK BOABI 5, 12
u 40 % coorBercTBeHHO. B KauecTBe mpuMepa Ha
puc. 3 TpeACTaBIEeHbI pPe3yJbTAThI OIpPeNeIeHUT

Ta6auma 1. Pesynprarsl BOCIPOU3BENEHUS €IUHUAIIBI MaC-
COBOM JTOJIX BOJBI B HCKYCCTBEHHBIX CMECIX

Macca Maccosas gonst Boasl, %
O6bexT
HaBECKH, MT T MC
Cmecn Ne 1 418,818 0,0039 0,0040
Cmecb Ne 2 484,818 0,0018 0,0012

Ta6auma 2. Merposoruueckre XapakTepPUCTHKY IIEPBHYHOIO STATIOHA

Ornocurensuaa OtaocurensHas OtHocuTenbHoe OTHOCHTENBHAS

CTaHOapTHAA CTaHOapTHAA CpenHexBan- HEHCKJII4YeHHada

HaumenoBanue XapPaKTEepPUCTUEN I[I/IaHa-?:OH Heo1mpene- HeoIpene- paruvdecroe cucreMmarude-

JIEHHOCTH JIEHHOCTH OTKJIOHEHUEe CKas IIorperm-

tuna A, uy,, % tana B, up,, % Sy, % HOCTB, 0, %
Maccoas gons Boabl, % 0,001 -0,1 I 3,0-0,6 2,0-0,6 3,0-0,6 40-1,2

0,1 -100,0 1I 0,6 -0,01 0,6 - 0,015 0,6 -0,01 1,5-0,04

Maccosas kouuenTparus 0,05-1,0 I 3,0-0,6 2,0-0,6 3,0-0,6 3,0-1,2
BOABI, Kr/M° 1,0 - 900 I 0,6-0,01  0,6-0,2 0,6-001  15-05
Monapuas koHneHnTpaua 2,0-103-0,05 I 3,0-0,6 2,0-0,6 3,0-0,6 3,2-1,2
BOIbI, MOIB//M? 0,05 - 55,5 II 0,6 - 0,2 0,6 -0,2 0,6 -0,2 1,2-0,4
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Puc. 3. Pesynbrarel omnpenenenus BOAbI B MOHOTHApPATE
oKcajiaTta Kajablusf, moiydeHHble npu ciamdeHunx MetefNet
PAasIUYHBIMHA METOJAMHU

BOIBI B MOHOTHApPATE OKCaaTa KaJbIUA, IOJydeH-
ubie nipu candeHuax MetefNet pasnuaapiMu mero-
JIaMu: BBICOKOTEMIIEPATYPHOM KyJIOHOMETPHUH B TOH-
KoM 1uieHke meHTokcuma gocdopa (EV), turposa-
uuem o Kapay Pumepy (cKF), BeicokoTemmepa-
typuo# cymiku (LoD), Trepmorpasumerpun ¢ mace-
criekrpomerpuueckuMm perekruposanueM (TGA).

Pesynbrarsl cnudeHnil ABISIOTCA MOIOKUATEb-
HbIMH. Pesynprarel mia ApYyruX KPHUCTAIIOTHAPA-
TOB paccMOTpPeHbI B pabore [17].

Paspa6oTka craHmapTHOro oopasma

B 2017 r. ®I'YVII «YHUHMM» paspaboran cra-
IapTHBIA 00paser] MacCOBOH [IONH BOIbI B IUTH[I-

pare wmomumbmara uHatpusi (Na,MoO,-2H,0 CO
YHHUHUM) I'CO 10911-2017. B kauecTBe MmaTepuaia
CTAHAAPTHOro o6pasiia ObLI BHIOPAH AWTHAPAT MO-
aubmara HATPHSA C MACCOBOM J[0Jiedl OCHOBHOTO Be-
mecrBa He menee 99,5 %. MaccoByoo 010 BOIBI
YCTaHABIWUBAIH C HCIOJIb30BAHUEM STATIOHHOH yC-
TAHOBKM HA OCHOBE TEPMOTPABUMETPHIECKOTO aHa-
JIn3a C MAacCC-CIIEKTPOMETPUIECKUM JETEKTUPOBAHU-
em, peasnusymoieit meroasl TI'A/JICK-MC, coBmect-
HO C STAJIOHHOM YCTAHOBKOM BO3IYIIHO-TEILIOBOM
cymku. Merponornueckue xapakrepucturun 1['CO
10911-2017 npuBeeHbI HUXKE:

WnTepBan nonycraeMbIx 3HAY€HUH
MAacCOBOU JOJIH BOABI, %
I'panuiie! nomyckaeMbIx 3HAUEHUN
abCOIIOTHOM MOTPEIITHOCTH ATTECTOBAHHOTO

14,70 - 15,00

spavenua mpu P =095, % . .. ... ... +0,10
Pacmmpennas HeonpeneIeHHOCTD

aTTeCTOBAHHOIO 3HAYEHUS

(voadpurmenT oxsarak =2), % . . . . . .. 0,10

B macmopre Ha crammaprHbIE o0paserr (Cpok
TOJHOCTH SK3eMILIIpa — 12 MecdAleB) B KadecTBe
IOIIOJTHUTEIbHBIX CBEIEHUI IPeCTaBIeHbl KPUBbIE
IoTepH Macchl (TeMmeparypa Hadaia BbIIEIeHUS
Bogpl — 117,5°C, TemmepaTypa MaKCHMAILHOTO
Beigenenus — 133,8 °C, Temmeparypa mpekpaiie-
Hus Bbigenenus Boakl — 200 °C), HOHHOTO TOKA C
MAacCOBBIM YHCIOM m/z = 18 u remnoBoro spderra
rmpoirecca, IOJydYeHHbIe MMPHU YCTAHOBIEHUU METPO-
JIOTHYECKUX XAPAKTEePUCTHK IMAPTHU CTAHAAPTHOTO
obpasia (puc. 4).

I'CO 10911-2017 mpegHasHA4YEH MAJIsI HCIBITA-
HHUU B IEJIIX YTBEP:KIEHHUI TUIIA, IOBEPKHA U Kajuo-

Tr % HATA [(MkB/mr)
Merepa Macesl MoHHBIR TOK AnA miz=18 T aK30 }9.00
100 1 e —— =
\"» __________—J'-“"_ +0.05 L 8.00
? el
98 1
[000 t700
Tennosoin adichext
96 1 -
005 | 600 <
@
94 (010 500
' =
2
92 - Muk: 1338 °C F-0.15 L 400 '=
F-0.20 =}
90 - F300 =
[U%% Logo
88 1 ’
F-0.30 | 1.00
86 1
F-0.35 Lo
50 100 150 200 250 300 350 400
Temnepatypa /°C

Puc. 4. 3aBucumocty morepu Macchl, HOHHOTO TOKa (m/z = 18) u TemnoBoro sdgdexra mpoiecca CyIIKH OT TeMIIEPATYPhI IJI

I'CO 10911-2017
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POBKH CpeJCTB U3MEPEHUE, ATTeCTAIIUN ¥ KOHTPOJIST
MOKa3areledl TOUHOCTH METOIHE H3MEPEHUH, 0CHO-
BAHHBIX HA HCIIOJIL30BAHUU TEPMOTrPABUMETPUIE-
CKOT0 MeToja.

Takum obpasom, BBemenue B cocraB ['ocymap-
CTBEHHOTO IIE€PBUYHOrO STAJIOHA €IHUHUI] MACCOBOM
IOJIM ¥ MACCOBOH (MOJISPHOM) KOHIIEHTPAIIMHU BOIbI
B TBEPABIX U KHIKHUX BEIeCTBAX M MaTepHaiax
I'9T 173-2013 sTanoHHON yCTAaHOBKM HA OCHOBE
TEePMOTPABUMETPHUYECKOTO AHAIU3A C MACC-CIIEKTPO-
METPUYECKUM JeTEeKTHPOBAHHEM, PEeATU3YIOIIeH
TT'A/ICK-MC, mpemocraBisieT CIeAyOIHUe IOII0J-
HUTeJIbHbIE BOSMOXKHOCTH:

paciiupesre JUATIA30HA BOCIIPOU3BEICHUA elIH-
HHUITBI MaccoBoii moJ Bogbl ¢ 0,005 mo 0,001 %;

UIeHTU(PUKAIUA U OIpeelieHrne OTIUYHBIX OT
BOJBI JIETYYHNX KOMIIOHEHTOB,

KOPPEKTHPOBKA PEKUMOB CYIIKHA KAk B sabopa-
TOPHBIX YCJIOBHAX, TAK U B XO[[€ TEXHOJIOTHIECKOTO
mpoirecca;

paspaboTKa HOBBIX METOIUK U3MEPEHMUIH;

ompejeieHre BOAbI (B TOM YHCIe, KPUCTAILIN3A-
ITMOHHOM) KAK OJHOM M3 OCHOBHBIX IIPUMECeH MIpHu
OIIEHKEe MaCCOBOH [0 OCHOBHOTO KOMIIOHEHTA BbI-
COKOYHUCTBIX Be€IIEeCTB, XHUMHWYECKHUX PEaKTHUBOB U
(hapmarieBTHYECKHX IIPenapaTos;

IPOBEIEHNE WCIILITAHWN CTAHIAPTHBIX 06pas-
OB C IIOJydY€HHeM OJOIIOTHUTEJIbHBIX CBe,I[eHI/Iﬁ (0]
TEePMHUYECKOU CTAOMIBbHOCTH AHATM3UPYEMOTO Belle-
cTBa, TertoBoM sdpdpeKTe ImpoIrecca CyIIKA W BbIie-
JISTIOIAXCS IIPY HATPEBAHWH COEIUHEHUAX.

JIUTEPATYPA

1. TOCT 8.630-2013. T'ocymapcrBenHas cucreMa obecIe4eHust
eIIMHCTBA M3MepeHui. ['ocy1apcTBeHHAs TOBEpOYHAas cxeMa JIJIst
CPEICTB U3MEPEHUH COIEPIKaHusA BIArd B TBEP/ABIX BEIIECTBAX U
marepuanax. — M.: Crargapruadopm, 2014. — 12 c.

2. Topmkos B. B., Kopsakos B. U., Measegesckux M. IO0.,
Mengenercknx C. B. I'ocymapcTBeHHBIN MEPBUYHBIA 3TAJIOH
eIMHUI] MaCCOBOH JI0JIX ¥ MACCOBOM KOHIIEHTPAIIUY BJIATU B TBEP-
IbIX BelllecTBax u Marepuanax / Mamepurensuas texuuka. 2010.
Ne 4. C. 24 -217.

3. Meaeepesckux C. B., Meaeenesckux M. 10., Kapnos IO. A.
OO1ue MOAX0ABI K OIIEHKE HEOIIPEAEIeHHOCTH Pe3yIbTaToB BOC-
MIPOU3BEEHNUs eUHUI] COAEP/KAHNS BOJbI B TBEP/AbIX BEIECTBAX
u Marepuanax / Usmepurensuas rexuuka. 2015. Ne 8. C. 65 — 70.

4. Murtaemn [Ix., Cvur [I. Aksamerpus. — M.: Xumus, 1980. —
600 c.

5. Peounpep II. A. ®Pusuro-xumuyeckas MeXaHUKa JUCIIEPCHBIX
crpykTyp. — M.: Hayka, 1966 — 399 c.

6. Redman-Furey N., Poiesz K., Miller J., Grundner C.
An evaluation of primary water standards by TG/DTA and vapor
sorption analysis / J. Thermal Analysis and Calorimetry. 2010.
Vol. 102. N 2. P 633 - 639.

7. Kociba K. J., Gallagher P. K. A study of calcium oxalate mono-
hydrate using dynamic differential scanning calorimetry and ot-
her thermoanalytical techniques / Thermochim Acta. 1996.
Vol. 282 — 283. P. 277 — 296.

8. Matejtschuk P, Duru C., Malik K., et al. Use of thermogravi-
metric analysis for moisture determination in difficult lyophili-
zed biological samples / American J. Anal. Chem. 2016. N 7.
P 260 - 265.

9. Vuataz G., Meunier V., Andrieux J. C. TG-DTA approach for
designing reference methods for moisture content determination
in food powders / Food Chem. 2010. Vol. 122. N 2. P. 436 — 442.

10. Kimihiko Y., Yasuhide T. Water content using karl-fisher
aquametry and loss on drying determinations using thermogra-
vimeter for pesticide standard materials / J. Health Sci. 2004.
Vol. 50. N 2. P 142 - 147.

11. MeaBenesckux M. I0., Measenesckux C. B., Co0Omu-
ua E. II., Topmkor B. B. [lonorHuTenbHbIE HCCIEIOBAHUT
HUCTOYHUKOB HEOIIPEOEeJIEHHOCTU pPe3yIbTaTOB I/I3MepeHI/II>'I Mmac-
COBOH JIOJIU BJIATH B 3€PHE U 3ePHOIPOAYKTaX ¢ momousio I'DT
173-2008 B paMkax MOATOTOBKHM K KIIOYEBBIM CIMYEHHUSIM /
Wamepurensuas rexuuka. 2012. Ne 9. C. 66 — 69.

12. MeaBenescknx M. 0., Meaeenesckunx C. B., Cepree-
Ba A. C., 3sarunnes H. U. Cranpaprubiii 06paser; MOHOTH/-
para okcanara kanbuus / 3aBojckas gaboparopud. J{uarnocru-
ka marepuainos. 2013. T. 79. Ne 12. C. 62 - 66.

13. TOCT OIML R 76-1-2011. I'ocynapcrBennas cucrema obecriede-
HUS €IMHCTBA U3MepeHuil. Becbl HeaBTOMATHIECKOTO IEHACTBHA.
Yacrs 1. Merposnoruueckue u TexHudeckue rpebopanus. Vcmbr-
rauusa. — M.: Cranpapruadgopm, 2013. — 133 c.

14. KonmuecTBeHHOE OIHCAHHE HEOIPEIENIeHHOCTH B aHAIWTH-
YecKuX wu3MepeHuax»: pykoBoxcrso EBPAXWM/CUTAK. —
C.-ITerepbypr: BHUHVM wum. II. 1. Mengeneesa, 2002. — 141 c.

15. https://www.gov.uk/government/organisations/national-measu-
rement-and-regulation-office.

16. Mepddens K. Crarucruka B anamurmdeckoir xumuu / [lep. ¢
HeM. — M.: Mup, 1994. — 268 c.

17. Heinonen M., Bell S., Choi B. L., et al. New primary stan-
dards for establishing SI traceability for moisture measure-
ments in solid materials / Int. J. Thermophys. 2018. Vol. 39.
P 20.

REFERENCES

1. RF State Standard 8.630-2013. State system for ensuring the
uniformity of measurements. State verification schedule for
measuring of moisture content of firm and loose materials. —
Moscow: Standartinform, 2014. — 12 p. [in Russian].

2. Gorshkov V. V,, Koryakov V. 1., Medvedevskikh M. Yu.,
Medvedevskikh S. V. State primary standard of unit of mass
fraction and unit of mass concentration of moisture in solid
substances and solid fabricated materials / Measur. Tech. 2010.
Vol. 53. N 4. P. 386 — 390.

3. Medvedevskikh S. V., Medvedevskikh M. Yu., Kar-
pov Yu. A. General approaches to the estimation of uncer-
tainty in the results of reproducing units of water content in
solids and materials / Measur. Tech. 2015. Vol. 58. N 8. P. 926 —
933.

4. Mitchell J., Smith D. Aquametry. Part I. A treatise on meth-
ods for the determination of water. — New York: John Wiley &
Sons, 1977. — 632 p.

5. Rebinder P. A. Physicochemical mechanics of dispersed struc-
tures. — Moscow: Nauka, 1966 — 399 p. [in Russian].

6. Redman-Furey N., Poiesz K., Miller J., Grundner C.
An evaluation of primary water standards by TG/DTA and va-
por sorption analysis / J. Thermal Analysis and Calorimetry.
2010. Vol. 102. N 2. P 633 — 639.

7. Kociba K. J., Gallagher P. K. A study of calcium oxalate
monohydrate using dynamic differential scanning calorimetry
and other thermoanalytical techniques / Thermochim. Acta.
1996. Vol. 282 — 283. P. 277 — 296.

8. Matejtschuk P, Duru C., Malik K., et al. Use of thermogra-
vimetric analysis for moisture determination in difficult lyo-
philized biological samples / American J. Anal. Chem. 2016.
N 7. P 260 - 265.

9. Vuataz G., Meunier V., Andrieux J. C. TG-DTA approach
for designing reference methods for moisture content determi-
nation in food powders / Food Chem. 2010. Vol. 122. N 2.
P 436 - 442.

10. Kimihiko Y., Yasuhide T. Water content using karl-fisher
aquametry and loss on drying determinations using thermogra-
vimeter for pesticide standard materials / J. Health Sci. 2004.
Vol. 50. N 2. P 142 - 147.



70 «3aBoackasn Jaboparopusd. [[marnocruka marepuanos». 2018. Tom 84. Ne 6

11. Medvedevskikh M. Yu., Medvedevskikh S. V., Sobi- Paris: International Organization of Legal Metrology, 2006. —
na E. P, Gorshkov V. V. Additional studies of sources of uncer- 144 p.
tainty of results of measurement of mass fraction of moisture in 14. EURACHEM/CITAC Guide. Quantifying uncertainty in analyt-
grain and grain products by means of get 173 — 2008 as part of ical measurement. — London: Laboratory of the Government
preparation for key comparisons / Measur. Tech. 2012. Vol. 55. Chemist, 2000. — 121 p.
N9.P1102-1107. 15. https:/www.gov.uk/government/organisations/national-mea-

surement-and-regulation-office.

16. Doerffel K. Statistics in analytical chemistry. — Moscow: Mir,
1994. — 268 p. [Russian translation].

17. Heinonen M., Bell S., Choi B. L., et al. New primary stan-
dards for establishing SI traceability for moisture measure-

12. Medvedevskikh M. Yu., Medvedevskikh S. V., Sergee-
va A. S., Zvyagintsev N. 1. Standard samples of calcium oxa-
late monohydrate / Zavod. Lab. Diagn. Mater. 2013. Vol. 79.
N 12. P. 62 - 66 [in Russian].

13. OIML R 76-1:2006 Non-automatic weighing instruments. ments in solid materials / Int. J. Thermophys. 2018. Vol. 39.
Part 1. Metrological and technical requirements. Tests. — P 20.
DOI: 10.26896/1028-6861-2018-84-6-70-76 YIK (UDC) 519.24

POJIb 1 SBHAUEHUWE KOHIEIIIINMHW OTHOIIEHUSA ITPAB/IOIIOOBUA
JJISI OHEHKN 1 UHTEPIIPETAIINU PE3YJ/IBTATOB
CYJAEBHO-9KCIHEPTHOH JEATEJ/JIbHOCTHU
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CraTps mpencraBisier cob0i KpaTKHi 0030 10 IPUMEHEHUI0 6afeCOBCKOM KOHIIETIINN OTHO-
LIEHUs IPABIOIION00HUA B CyIe0HO-DKCIIEPTHOH AeaTenbHOCcTH. O60CHOBAHO, YTO C IOMOIIIBIO
OTHOIIIEHUS IIPABJOIOJ00HA MOKHO OLIEHUTD Mepy HEOIIPEAEIeHHOCTH HCTHHHOCTH HITH JIOK-
HOCTH IIPEAIIOI0KEHI SKCIIEPTU3BI C YIETOM APHOPHBIX IIAHCOB ¥ HOBOU IOABIIAIONIEHCT B
XOJle 9KCIePTHOro ucciiefoBanus nadopmaruu. B kauectse mprMepa mpencTaBieH BO3MOXK-
HbBI IMUTAIMOHHBINA SKCIIEPUMEHT I pacuera Habopa 3HAYEHUI OTHOIIIEHHS IIPaBI0IOL0-
Ovsi M3 BAIMJAIMOHHOM 6a3bl JaHHBIX [IPY KPUMUHAIMCTUIECKON SKCIIEPTH3E 3BYKO3aIICEeH.
IToxasaubl pasHble MOAXOIBI K WCIIOIb30BAHMIO OTHOIIEHUS IIPABIOIOAOOHI AJS OIEHKH
IPaBUIBHOCTH CyNe0HOrO0 [0Ka3aTeabcTBa. KOHIenIusa OTHOIEeHNA IPABAOIO00MA IPUHU-
MaeTcs B Ka4ecTBe CTAHAapTa IIPY CyAOIIPOM3BOACTBE /I PA3HBIX BU/OB 3KCIIEPTH3, UCIIOIh-
3yercs B IPaKTHKe J1ab0paTopuii, B TOM YHcCiIe, B paMkax EBponeiickoii cetu cyneGHO-dKCIIED-
tHBIX yupeskaenuit (ENFSI).

KaroueBsie cioBa: 6aiiecoBCcKas KOHIENIWs OTHOIeHus npasnononodus (LR); nmuranuy-
OHHBIH SKCIIEPUMEHT; ITPABUIIBHOCTD U BOCIIPOM3BOAMMOCTD 3HaueHuil LR; onenka npasuib-
HOCTH CyeOHOr0 J0Ka3aTeIbCTBA.

THE ROLE AND SIGNIFICANCE OF THE LIKELIHOOD RATIO CONCEPT
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OF FORENSIC ACTIVITIES
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A brief review on using the Bayesian concept of the likelihood ratio (LR) in forensic activities is pre-
sented. It is proved that the use of the likelihood ratio provides assessing the measure of uncertainty
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regarding the truth or falsity of the assumption of expertise when taking into account a priori chances
and new information appearing in the course of expert research. A possible simulation experiment is
presented as an example to calculate a set of the likelihood ratio values from the validation database for
forensic examination of sound recordings. Different approaches of using the likelihood ratio in assess-
ing the trueness of the judicial evidence are considered. The concept of the likelihood ratio has been
adopted as the standard procedure for different types of examinations used in the laboratory practice,
including that of the European network of forensic institutes (ENFSI).

Keywords: Bayesian concept of the likelihood ratio (LR); simulation experiment; trueness and
reproducibility of LR values; assessment of the trueness of the judicial evidence.

CoBpemMeHHOE POCCHICKOE CyIOMPOU3BOACTBO OCY-
IIEeCTBJIAETCA Ha OCHOBE IIPUHITUIIOB COCTA3aTe/IbHO-
CTH ¥ PABHOIIPABHUA CTOPOH, IPU HX IMPAKTUIECKOH
peanusanuu Bce 00Jblliee BHUMAHUE yIEIAETCA Me-
XaHU3MaM 00bEKTUBHU3AIUHA U 00eCIIeYeHus BCeCTO-
POHHOCTH IIPOBEIEHUS Cyae0HO-I9KCIIEPTHBIX HCCIe-
noBaHui. B cBsI3u ¢ 3THM B HACTOAIlee BPeMs IIPO-
OJKAETCST W3ydeHWe BOIPOCOB HCIIOTH30BAHUA
6alieCOBCKMX METOMOB, BKIOYAS IIPUMEHEHWe KOH-
[EHIIUY IPABIOI0L00HS.

Ha yposme Espomeiickoii ceru cyme6HO-9KC-
neptHbIX yupexaenuit (ENFSI) sexyiume 3apybex-
HbI€ Y4Y€HbI€ 3adBJ/IAI0T, YTO KOHIIEIIIUA OTHOIIEeHUI
MIPABIOIO00US IBIAETCS JIOTHIECKH HauboIee mo/-
XOJISIIEN OCHOBOM [IJIS OIIEHKH Pe3ybTaTOB Cyeh-
HO-3KCIEPTHOTO UCCIeIOBAHUA. JTO 3aABIEHUE Pac-
MIPOCTPAHEHO B PAMe CTaTeil B pPeleH3upyeMbIX Ha-
YVYHBIX U3MAHUAX 10 CyAe0HOM SKCIepTHU3e U 00IuM
HAayKaM, BKIIOYad Pa 0A30BBIX HAYYHBIX TPYAOB
[1-5].

OTHoIeHRE TPABIONOA00MA WK KOI(PPUITHEHT
Baiteca B Teopeme BEpOSTHOCTH IIPEIIIOJOKEHUN
MOJKET HCIIOIb30BATHCA JIJIST OLIEHKHU IIAHCOB B TOJIb-
3y paccMaTpuBaeMoro COOBITHA, YTO (PAKTHUECKH
IIO3BOJIIET OIIEHUTHb MEPY HEeOIIPeAeJIeHHOCTHU HC-
TUHHOCTH HJIH JIOXKHOCTH IIPEANONIOKEeHU DKCIep-
TH3BI C yIETOM HOBOU HH(OPMAIIUH, TTOABIIAIOIIEH-
s B X0fie Cy1e6HO-DKCIIEPTHOTO UCCIeIOBAHUS.

ens paboTsr — KpaTkuii 0630p U JeMOHCTpA-
WS BaJKHOM POJIM OTHOIIEHWS MPaBIOHOI00UA B
OIleHKE KadecTBa CyAeOHO-3KCIEPTHOH [eATelb-
HOCTH B COBPEMEHHOM CyIOIIPOU3BOICTBE.

PesyasTaThl padoThl U UX OIEHKA

Maremaruueckoe — BbIpaiKeHHE  OTHOIIECHHS
npasgononobus (likelihood ratio, LR) moxxer 6bITH
MIPEICTABICHO CIELYIOIIM 00pas3oM.

Ilycts coObiTre S 00yCIOBIEHO WIIHM 3aBUCUT
or R, BepostHOCTH S o6o03Hauaercs kaxk P(S|R).
Torma orpumanue cOOBITHA HIH JOIOIHAIOIIEE CO-
ObITHE, 0003HAUYaeMoe Kak S, ABIgeTCd COOLITHEM,
KOTOpPO€ «HCTHUHHO, €CIIH S JII0KHO» M «JIOKHO, €CIIH
S HCTUHHO».

Teopema Baiieca, mpenHasHauyeHHAS I BBIYKUC-
JIGHUS BEPOSITHOCTH 3AaBUCUMBIX COOBITHH, WJIH yC-
JIOBHOM BEPOATHOCTH, TAET BO3MOKHOCTD ITepexoja

OT alpPHOPHBIX (MEePBOHAYANBHBIX WIU CyOHEKTHUB-
HbBIX) BeposaTHOocTed P(S) K amocrepuopubiM (00HEK-
TUBHBIM) BepoaTHocTsaM P(S|R) Ha ocHOBaHWM
BHOBB MOJIYYEHHBIX JAHHBIX.

ITpu neneHun ycioBHOM BEPOATHOCTH [ COOBI-
THs S Ha YCIOBHYIO BEPOATHOCTD IS COOBITHS S 1I0-
mydaercs Teopema baiieca B dopme miaHCOB:

P(S|R) _P(R|S) P(S)
P(S|R) P(R|S)P®S)’

(1)

ITo cyrm 1maHchl B TOIB3Y COOBITHS IOKa3bIBa-
10T, BO CKOJIBKO Pa3 BEPOSITHOCTh HACTYIIEHHUS €ro
60JbIlle BEPOATHOCTH HACTYILIEHUS IIPOTHUBOIIOIOMK-
HOTO HJIH JIOHOJIHAINIEro cobbITud. B BhIpamennn
(1) P(S)/P(S) — aIpHOpHBIE IIAHCHI B IIOJIBL3Y S,
T.e. INAHCHI, KOTOPbIe CYyIIeCTBYIOT N0 IOIydeHHU
urdopmarmm o cobbrrun R; P(S|R)/P(S|R) — amo-
CTEPHUOPHBIE IIAHCHI B MOJAb3Y S, KOTOPbIE MOSBIISA-
I0TCA IIOCTIe MOJTydeHus HHpopMarum o cobbiTuu R;
P(R|S)/P(R|S) — oTHOmeHue BepoATHOCTEH He B
¢dopme mramcos. B uncaurene u 3HameHnaTesne 3Toro
yjeHa — pasHble 00ycaaBIHBaioOmye COOBITHA, a
cobbrtTre R, BepOsSTHOCTH KOTOPOrO HEOOXOIHUMO
OTIPEJIeTUTD, IBIIAETCS OTHUM U TEM JKe. 371eCh BEepo-
aTHOoCTh R mpu ycnoBuu, 9T0 S UCTUHHO, AETUTCA
Ha BeposaTHOCTh R, ecmu S moxuo. Omuowenue
eepossmuocmeti 00H020 U Mo20 Hce cobvimus, 00y-
C/L0BAEHH020 08YMS 83QAUMOUCKAIOUAIOUUMU COObL-
musamMu, HA3bIBACICA OMHOWEHUEM NPasdono-
dobus (LR).

B cymebHO-sKCIEepTHOM MpaKTHKe 9acTo Cpas-
HHUBAIOT BEPOSITHOCTH C TOYKH 3PEHHS IBYX KOH-
KYPHUPYIOIIUX TPEANOI0KEHNH, OMHO U3 KOTOPBIX,
HAIpPUMepP, BBIIBUHYTO CTOPOHOM O0OBHHEHWSI, 4 BTO-
pO€e — CTOPOHOI 3anUThI. B 4acTHRIX ciIy4yasx B3au-
MOWCKIIOYAIOIINX ¥ HCUEPIBIBAIUAX IPEIII0I0-
JKEHUM WX TaKKe CYUTAIOT IOIOJHSIOIIUMH, T0Ja-
ras, 4YTO OHU COCTABIAIOT MOJHYIO TPYIIILY COOBITHHA
¥ K HUM MOKHO NIPHUMEHSTH OTHOIIEHWE IMIPABIO-
momobusi. [Ipu sTOM MPHHUMAIOT, YTO AIPHUOPHBIE
[IAHCHl XAPAKTEPU3YIOT OTHOCUTEIBHYI0 BEpOAT-
HOCTh KOHKYPHPYIOIIUX THIIOTE3 J0 MPEICTABICHUS

I0OKA3aTeIbCTB, a aloCTepuoOpHble — IIOCTe IIpeq-
CTaBJIEHUA.

Pounb cymebuoro skcmepra B cyme6HOM Ipoiiecce
OTPAHUYHUBAETCS IIPEACTABICHHUEM 3aKIIOUEeHUT,
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0 TOM, TIPOUMCXOMAAT JIU JOKA3aTelIhCTBA (YIHKH) W3
IIBYX Pa3HBIX MECT WJIM U3 OJHOTO UCTOUYHHUKA.

CyOBeKThl CyAOMPOM3BOACTBA C PA3IUIYHBIMHA
AIPUOPHBIMHU BEPOATHOCTIMU MOTYT IOJIY4aTh OH-
HaKOBBIE Pe3yabTaThl Cyae0HO-IKCIIEPTHOTO HCCIIe-
JIOBaHUsA, KOTOPBIE JJIA HUX OYIyT MMETh OXHMHAKO-
Boe mpasgononobue. «IIpaBmomomodue» — TepMuH,
WCIIONBb3YEeMbIH [JI OIHCAHUSA BEPOATHOCTH Ha-
OIr0/IeHus TAHHBIX, 3aBUCAIINX OT 3HAYEHUs Mapa-
MeTpoB. AIIOCTEePHOPHBIE BEPOATHOCTH OyayT COJIH-
JKaTbCA [0 Mepe HAKOIJIEHWS YCTAHOBJIEHHBIX 00-
CTOATENBCTB [[e7Ia ¥ YBeIUYEeHUs KOJIUIECTBA IIPaB-
monoznobus. [Ipasmononobre crameT JOMHUHUPOBATD
HaJl allpUOPHOCTHIO.

B paMkax KOHIENIIMK OTHOIIEHWUS IIPABIOIO-
m06msi cymebHBbIE SKCIEPTHI HAa OCHOBE WM3YYEHWS
CBOMCTB U3BECTHOM M COMHUTEILHOHR IIPOo0 yCcTaHAB-
JUBAIOT WX COOTBETCTBHE OIHOMY W3 KOHKYPHPY-
I0Iux npennonosxkenui: H,, — obe mpobbr oxuHa-
KOBOTO IIPOUCXOKIeHuA (same origin); H;, — mpo-
061 pasmoro mpoucxoxgenun (different origin).
OrHomteHne NPaBAOION00MA PACCUUTHIBAIOT II0

dopmyie:
R= P(El Hso) ,
P(E\H ;)

rne E — cynebHoe 10Ka3aTeIbLCTBO, & UMEHHO, CBOH-
CTBA M COCTOSTHHWE TPO6 M3BECTHOTO W COMHUTEIh-
HOTO Tipoucxo:xaenus. Cremens oTknoHenus LR ot
1 ABJIAETCI KOJHWUYECTBEHHBIM BbIPAEHHEM CHJIbI
JIOKA3aTeabCTBa B MOJIEPIKKY OJHOTO IIPEITOI0Ke-
HUS 10 OTHOIIIEHUIO K IPYTOMY.

Hcmonbaysi HeCHOKHBIE MaTeMaTUYeCKue IIpe-
00pa3oBaHus, MOKHO IOKa3aTh, YTO JJIA pacdera
aIoCTePUOPHON BEPOATHOCTH HEOOXOAUMO KOMOU-
HHUPOBaTh ampuopHbie MmaHckl ¢ LR. OgHako kKak
ampuopHBIE, TAK U allOCTEPHOPHBIE IIAHCHI IIPEIIO-
JIOYKEHUS He HAXONATCA B cdepe IeATenTbHOCTH Cy-
nebmoro sxcrepra. OCHOBBIBAsICh HA BCEH BO3MOIK-
HOM WH(MOPMAIINH, SKCIEPTY HEOOXOIUMO OLIEHUTH
HE aloCTEePUOPHYI0 BEPOSATHOCTH, a4 CWIy J0Kasa-
TeJIbCTBAa, OIIpee/IdeMyI0 NI u3MepaAeMy0 BeJInIn-
Hou LR.

B psapge mybaukaruii ajisi BIABIEHHOR COBOKYII-
HOCTH KPUMHUHAIUCTHUYECKH 3HAYUMbIX IIPHU3HAKOB
OTHOIIIEHWE TIPABAOIOA00UI IPHUHUMAETCI KaK pe-
3yJBTATHBHOCTD CyIe0HO-9KCIIEPTHOTO HCCIe0Ba-
Hug u o6o3nauvaercs V. B pabore Jiirkena u Tapouu
[6] mpennoxkeHa KadeCTBeHHAS WHTEPIIPETAITNT
MJAaHHBIX, BBIPAKEHHBIX B IITKAJIEe PEe3yJIbTaTUBHOCTH:

1<v<10 — orpanuyeHHasg apryMeHTHpPO-
BaHHOCTE;

10 <v<100 — ymepeHHas apryMeHTHUPO-
BaHHOCTb;

100 < v £1000 — ymepeHHO cUIbHAA apTyMEH-
THUPOBAHHOCTE;

1000 < v<10000 — cumpHAsg aprymMeHTHUPO-
BaHHOCTb;

v>10000 — oueHb cuUIbHAT aPTYMEHTHPO-
BaHHOCTb.

Beposarunoctu mpunnmator 3Hadenus ot 0 mo 1
BKJIIOUUTENHHO, M3 Yero CiIelyeT, YTO OTHOIIEHUE
paBaono00usa mpuHuMaeT 3HadeHus or 0 10 .
B cayuae morazarenbcTBa B BHJIE pe3yIbTaTa UCCIIE-
noBauwud, nanpumep, JHK, otHourenune mpaspomo-
OOUA MOKET JOCTUTATh OYeHb OOJIBIINX 3HAUEHUH.
Pacnpocrpaneno wucmonb3oBanve (popMyIHPOBKU
«9KCTPEMAaIbHO CUJIBHOE JOKA3aTeIbCTBO», €CIH €T0
OTHOIIIEHWEe TPaBAOTIo00ua >1 MIIH.

Tak xak mpu GOJBINUX 3HAYEHHSIX OTHOIICHUST
MPaBAoOnO00Usa KAYeCTBEHHAA IIKAIa CTAHOBUTCS
HeaJIeKBaTHOI, ObLIO IIPEIJIOKEHO [6] ncrnoab30BaTh
JIoTapu(M OTHOIIEHUS MPABAOION00MA, YTO HAXO-
IIUT IIAPOKOE IPUMEHEHNe Ha IPaKTUKe.

Cynmebuble mccaenoBaTeTN yAEAAIOT TPHUCTATD-
HOe BHUMAaHWe W PaspabarhIBAiOT PasIHJHbIE MOJ-
XO0Jbl K MpobeMaM OyeHKU NpasuibHOCMU U 80C-
npouseodumocmu 3uadenuit LR. Omnboynbie 3HA-
yenusa LR MOTYyT TPHUBECTH K MNPUHATHIO CyIOM
HEMPABOCYJHOTO PEIIEeHHUsA, IT0ITOMY HEOOXOMUMBI
MPOIEAYPhI, ITO3BOJAIOIIAE KOHTPOJIHUPOBATH WC-
TIOTb30BAHUE KOHIIEIIIIUY OTHOIIEHUSA IPABAOIION0-
Ous B mIpoliecce CyOTPOU3BOICTRA.

B sapy6esxHbix mybauramuax [5 - 8] ucmonb-
3YIOTCSI TEpPMHHBI «TOYHOCTBH» (validity, accuracy)
U «HamexHocTh» (reliability, calibration). Ilepssriit
o3Havyaer 61M30CTh faHHOTrO 3HaYeHus LR k npuH§-
TOMY OTIOPHOMY 3HAYEHUIO, BTOPOH — 6JIM30CTh pe-
3yJIBTATOB APYT K APYTy, HeOOIBIION pasbpoc 3Ha-
yeHuii oT cpemHero. MbI 6OyzeM B COOTBETCTBHH
¢ MexnyHaponHbIM caoBapeM II0 MeTposoruu [9]
I TIEPBOTO ITOHATHUA HCIOJIH30BaTh TEPMUH «IIpa-
BHJIBHOCTB» (trueness), a [Jisi BTOPOTO — «IIPEIIU3H-
OHHOCTH WJIH BOCIIPOM3BOIUMOCTE>» (precision).

Hna oyenxu npasusbHocmu OTHOIIEHUA MPAB-
IOTI000MsA OOBIYHO CIYIKAT UMUTAIMOHHBIH SKCITe-
PHUMEHT, B KOTOPOM PaCCYUTHIBAIOT HAOOD 3HAYCHUE
LR n3 Tak Ha3bIBaeMOMU BAIUOAIIMOHHON 0a3bl IaH-
HBIX, KOTOpasA MOJIKHA OBITH MPEICTABUTENbHOH U
MOAXOAINEH: B Hee MO/IKHBI BXOAHWTH W3BECTHBIE
POOBI, CBOMCTBA U COCTOSTHHUE KOTOPBIX JIOCTATOYHO
OJIM3KH K COMHUTEIHLHBIM IIPoOaM.

O61mas mporieypa SKCIepuMeHTa CIeayoInas.

BepyT 60mbI10€ YHCIO TECTHPYEMBIX Tap IPoo,
HEKOTOpOe KOJWYECTBO M3 KOTOPHIX HM3BECTHO KaK
mapbl OIMHAKOBOTO, & OCTAIbHBIE — KaK Iapbl pas-
JIMYHOTO TPOHUCXOAeHuA. Kaxayo mapy anammnsu-
PYIOT C TIOMOIIIBI0 BHIOPAHHOM METOIHUKH U3MEPEHUS
VIV TECTUPOBAHUSA U B KAJKIOM CIIydae OIPeNeIdioT,
ABNIAETCA JU BBIXOXHOE 3HAYEHHE XOPOIIUM HIH
ILUIOXWM, & UMEHHO, COTJIACYEeTCS JIHU HTO 3HAYEHHE C
TpebyeMbIM 3HAYEHUEM II0 CTATyCy BXOIHOU BeIU-
YUHBI: ITapa 00IIero IPOUCXOKIEHNI WA PA3HOTO.
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Ecnun amamns mokasbIBaeT, 4TO HPOOBI HMEIOT
OIMHAKOBOE IPOUCXOKIEHUE, KOTIAA OHH Pa3HOTO
MPOUCXOKIEHUS, — HTO JIOKHOIIOIOKUTEIbHBIH pe-
3yJbTAT, €CJIU YCTAHABIUBAIOT, YTO [BE MPOOHI MMe-
0T pasHoe MPOUCXOXKIEHUEe, KOT[a B JEeUCTBUTENb-
HOCTH OHO OIMHAKOBOE, — 3TO JIO}KHOOTPUIIATEh-
HBIY pe3yabTar.

Hna pacuera LR ¥ TOATBEPKIEHUS OTHOTO
IIPEeAIIONIOKEeHUA AeJAT YUC/IO IIPaBUJIBHBIX IIOJIO-
JKATEJIbHBIX Pe3yJbTaTOB HA YUCIO JIOKHBIX IIOJIO-
SKUTENbHBIX, [JIS IIPOTHBOIIOIOKHOTO IIPEII00-
JKEHUA 10 AHAJOTUM [eJAT YHCIO HPaBUIbHBIX
OTpUIATE/NIBbHBIX pPEe3yJabTaTOB Ha YHC/IO0 JIOHHBIX
OTpHUIIaTEJIbHBIX.

B kauectBe mpumepa mpencTaBUM BO3MOKHBIN
AMUTAIMOHHBIA HKCIEPUMEHT /IS OIEHKHA OTHO-
[IEeHUs IIPABIOIOA00MA B KPUMHHAIHCTHUYECKOH
9KCIIEePTH3€ 3ByKO3aIHUCEeH.

Ha cyne6uom 3acemamum paccMaTpwBaeTCs BO-
MPOC O TPHUHAJJIEKHOCTH Tojioca U 3Bydalleil pedu
OTHOTO M3 YYACTHHUKOB Pas3roBopa, 3adyuKCHPOBAH-
HBIX Ha poHorpamMMme (mamee — cropHas (POHOTpPaM-
Ma, CP, spnsaromniasca BelleCTBEHHBIM J[0KA3aTelb-
CTBOM), TIO/I03PEBAEMOMY B COBEPIIIEHHUU IIPECTYI-
meuus. Cyn paccMaTpwBaer [Ba MPEANOJIOMKEHU:
1) rosoc u 3Byuamas pedb, 3a)UKCHPOBAHHBIE HA
C®, mpunagmexar momo3peBaeMoMy (IIpPeIioosKe-
HMe CTOPOHBI 00BMHerud, H,); 2) ronoc u 3Bydaas
peub, 3acdurcupoBanabie Ha CP, He MpUHAIIEKAT
T0/Io3peBaeMoMy (IIPeIIONIOKEeHEe CTOPOHBI 3alllH-
o1, H,;).

AnpropHbIe MIAHCHI, 10 MHEHHIO Cy/[a, B IIOJIb3Y
Karoro-Tub0 M3 9THUX MPEeANOoJ0KEeHUH PaBHBI MEXK-
my coboii, T.e. P(H,)/P(H,) = 1. Cyn nazHa9aeT Kpu-
MUHATUCTHYECKYI0 DKCIEPTH3Y 3BYKO3AIIHCEH, KO-
Topas O/IKHA PENIUTh BOIPOC O MPHUHAMIEKHOCTH
rosoca u 3Byuarieil peun Ha CP momospeBaemomy.
IJKCIEePThI, MPOBOAAIINE HA3HAYEHHYI Cyae0HYI0
akcmeprusy, pacmonaraior C® u cBemenusavu 00
YCIIOBUAX ee MPOBEJIEHNs, a TAKKe MOTYT IOIyIYUTh
B He0oOXommMoM 0oOBbeMe 00pasIilbl rojoca W 3Byda-
ey pevyu I10103peBaeMoro.

B meronuke, mcmonb3yeMoil 3KCIEpTAMH, CPaB-
HEHFe [apbl TOJI0COB [UKTOPOB X U Y MPOBOJAT IIO
cnenytoren cxeme [10]:

1) BBIeneHue 10 HEKOTOPOMY AJITOPUTMY BEK-
TOpa HACHTH(PUKAIMOHHBIX IMPU3HAKOB T0JOCA U
3ByYalllel peyy TUKTOpa X;

2) BBIfENIEHHE 10 TAKOMY K€ aJITOPUTMY BEKTO-
pa HIeHTHU(UKAIMOHHBIX IIPHU3HAKOB, COOTBETCT-
BYIOIIIMX BBIJIEJIEHHBIM Ha MIPEIbIAYIIEM dTale IpH-
3HAKaM T0JI0Ca U 3Bydallleil peun JUKTopa y;

3) ompepesieHre IO YCTAHOBIEHHOM METOITUKOM
METPHUKe PaCCTOAHUA MEXAYy BEKTOpPaMU UIEHTH-
(pHKAIIMOHHBIX IPU3HAKOB JTUKTOPOB X H Y.

Brimenennoe paccrogHve Ha TOCIETHEM 3Talle
Oymer ABIATHCA HOBOM mHpopManuei K.

Cy1iecTByeT HECKOJBKO IOIXOI0B K OIIEHKE I10-
JIy4eHHOU MH(POPMAITUN. JKCIEPT MOKET CAMOCTOS-
TEJILHO CPOPMYJIUPOBATEH BBIBOJ O HAJHIHU/OTCYT-
CTBHHM TOKIECTBA TOJI0CA U 3ByUallledl peur TUKTOpa
Ha C® u rosoca u 3Bydallledl peuu Io103peBaeMoro,
KOTOpPBIE IPECTABJIEHBI €My B 00pasiax, Wid IIpo-
BOJIMTBH OIIEHKY IOJIyIeHHOM WH(OPMAIIUHA COTIACHO
runoresam H, u H;, T.e. ¢ HCIONb30BAHUEM KpH-
Tepusi OTHOIIEHUA IMpasaononodus. Paccmorpum
B OOII[UX YepTaxX BO3ZMOKHOCTH PEATU3AI[MHA BTOPOTO
crrocoba.

IIpepmonaraercsi Hajguyue B PACIOPSKEHUN
9KcrepTa Tpex 6a3 MaHHBIX, JIEMEHTaMU KOTOPBIX
SABJIAIOTCA TOJIOCA W 3Bydamas pedb PasiIndHBIX
IHUKTOPOB:

1) morenruanbHas 6asa, UCIOIb3yeMas I MO-
IeTUPOBAHUS BCEr0 MHOKECTBA JHUKTOPOB, TOBOPI-
UX Ha pycckoM a3bike (eciu Ha CP 3adurcuposa-
Ha pedb HA PYCCKOM S3bIKe U METOAMKA IIPOBEICHMUS
UIeHTU(UKAIIMOHHOTO UCCAENOBAHUA ABJISETCA 3a-
BUCHMOM OT S3bIKOBOro (paxrTopa). Takas 6asa co-
IEPHKUT OOJIBIIT0E KOJUIECTBO DJIEMEHTOB (1 DjIeMeH-
TOB), IIOCKOJIBKY J[OJLKHA SABJIATHCA IIPEACTABU-
TEJIbHON BBIOOPKOHN M3 MHOJKECTBA BCEX BO3MOKHBIX
IUKTOPOB;

2) omopuas 6asa, cofep:xaiias 00pasibl rooca
¥ 3BydYallled peYyu I0[03PeBAEeMOT0 WM COCTOAIIAsS
M3 CPABHUTEIHLHO HEGOJBIINOT0 KOJIMYECTBA 3aMnCei
(m 57eMeHTOB), KOTOpPBIE CAEIAHbI B TEX K€ YCIOBH-
ax, uro u CP;

3) KoHTpOJIbHAA 0asa 00pasIloB rojioca u 3Byda-
el pedr moA03PEeBaeMOro, CIysKallas I MOIeI -
poBaHUA €r0 BHYTPUAMKTOPCKON BapUATUBHOCTU U
cofiepsKaIas CPABHUTENHHO HEeGObINOEe KOTUIECTBO
sanuced (k 57IeMEHTOB), CIENAaHHBIX B Pa3THIHBIX
YCIIOBUSAX.

®dopmupoBaHUe U BefieHHe IIEPBOH 6a3bl ocyliie-
CTBJII€T 9KCIIEePT (I/IJII/I KOMIIETEHTHBIU opran B CO-
CTaBe YKCIEPTHBIX YYPEKIEHUH), BTOPYIO U TPETHIO
6asbl TIPemoCTaBIsSeT CyA B COOTBETCTBHUHU C 3aIIpo-
COM BKCIepTa.

B saBucumocTu ot kauecrsa samucu CP, ee mpo-
IOJLKATEIBHOCTH, 11018 IUKTOPA U JPYTHUX IapaMer-
POB IIOTEHIMAIBHYIO 0a3y HOAOHpPAIOT TAKUM 00pa-
30M, I‘ITO6I>I ee dJIeMEeHThbl MAKCHMAaJIBHO COOTBET-
CTBOBAJIH 110 yKasaHubiM mapamerpam CP (u3 omop-
HOM 0a3bI, COCTOSIIEN U3 11 DJIEMEHTOB, BEIOUPAIOT [
9JIEMEHTOB, COIOCTABMMBIX C TOJIOCOM M PEYbI0 HA
Co).

llasmee oguH W3 3I€MEHTOB OIOPHOM 6asbl II0
MMEIOIIENCs METOUKEe CPaBHHBAIOT C TOJIOCOM W
3Byualeii peubio mgukropa Ha C®P, B pesynbrare
Yyero moABAeTC HoBasd uHpopMarua E = a.

Ha crmexnyromem sramre IIPOMCXOIUT OIlEHKA
BHYTPHIUKTOPCKON BaPUATUBHOCTH rOJIOCA U 3Byda-
el pevyu II0I03PEeBAEMOro: 10 UMEOIIEHCs MEeTOI -
Ke TOIIapHO CPABHUBAIOT KaMKIbIA M3 M SIEMEHTOB
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OTIOPHOI 6a3bI € KaKIbIM U3 k 3JIEMEHTOB KOHTPOJIb-
Houi 6aspl. Tarkum obOpasom, moaydaercs mk 3Ha-
yeHuil E, 10 KOTOPHIM CTPOST (DYHKITUIO TLIOTHOCTH
BeposataHoctu E. B cuiny BuiOOpKu 6a3 HAHHBIX IJIS
pacuera E mioTHOCTH BEPOATHOCTH OTPAIKAET 3HA-
uyenue P(E|H,) — uucnurens LR. Jlanee mo momy-
YEHHOH ILIOTHOCTH BEPOSITHOCTH HAXOIAT 3HAUEHUE
BepoaTHocTH 1ia E: P(E|H,,) = p,,.

Cremyromnuii sTan aHAJOTHYEH TPEeIbIAYIIeMY,
TOJIBKO BJIEMEHTHI OIIOPHOM 6a3bI CPABHUBAIOT C 3JIe-
MeHTaMu ToTeHInanbHoM 6asbl. KommuectBo cpas-
HEHHWH B JAHHOM Ciaydae OyJer CyIlecTBEeHHO 00JIb-
1re (Bcero ml cpaBHEHUIT), ITO9TOMY JAHHBIN TTOIXO]
B OOJBIIMHCTBE CIy4YaeB HPUMEHSIeTCHd IIPH aBTO-
MATH3UPOBAHHOM METOANKE HACHTHU(MPUKAIUUA TOBO-
psamero. Ha sTom sramne BBMHCASIOT 3HAYEHHE 3HA-
menarens LR P(E|Hy) = pg,.

SaKIIOYUTEIbHBIM 9TAIIOM SIBJISETCSI BBIYHCIIE-
"Hue LR = P(E|Hp)/P(E|Hd) = ppa/pda.

Ilomyuennoe 3Hauenme LR wucrmombiyeTcs DKC-
MepTOM TPU WHTEPIPETaIid Pe3yJbTaToB Cyie6-
HO-DKCIIEPTHOTO HUCCIEJOBAHUS.

ITocrombky ampuopHbIE BEPOATHOCTH IO Cyxed-
HOMY [eJly He HaxOoJATCI B cepe KOMIIeTeHIUU
CyZebHOTO SKCIepTa, MpeaIaraeTcsi PacCYUTHIBATDH
3HaueHUsaA LR B UMUTHPYIOIIEM SKCIIEPUMEHTE I
[IAPOKOH 00JIACTH ATTPHUOPHBIX BEPOSTHOCTEH W Ha-
XOIUTDb (PYHKIIMIO 3aBUCHMOCTH OT HuX. Halinennas
(byHKIIMOHANTbHAS 3aBHCUMOCTL OymeT yKasbIBaThb
Ha CBA3b C OJKUIAEMBIM IOBEIeHNeM, KOTOPOe JT0JIK-
HO UMETh IpaBuIbHOE 3HaUYeHue LR,

C mOMOIIBI0 SKCIEPUMEHTANIBHO HAUIEHHBIX
(pyHKIIMI TIIOTHOCTH BEPOATHOCTH OIIEHUBAIOT MEPY
HEOIPEJeIEHHOCTH HCTUHHOCTH WM JIOKHOCTH
MPEATIOIOKEHNUA HKCIEPTU3BI C YIeTOM HOBOH HH-
dopmarnu, MOABIAAIOIIEHCA B XOme CyaeOHO-3KC-
MIEPTHOTO UCCIIeTOBAHUS.

B pa6orax Bpioommepa u g0 Ilpee [11] u Banm
Jluyeen m Bprommepa [12] paspaboraHo momaTHe
neHsl (uau mrpada 3a HEBEPHBIM IIPOTHO3) JIOTA-

- M oW s @ =~ @ w2
~
N

o p— A 0 1 2 3lg LR

Puc. 1. 3aBucumocts Cjp ot 1gLR pnsa mpob oguHAKOBO-
ro (1) u pasHoro (2) IPOUCXOKIEHU

pU(MHIECKOTO OTHOIIEHUS IIPABAOIION00Ms, KOTO-
PYIO pacCIUTHIBAIOT 110 hopMyIe:

N
1 1 & 1
Cir =*{7210g2 L+—— |+
2LNso =1 LRSOi

1 Ndo
+— > log,(+LR,, )|, (2)
do j=1 !

rne N,,, N;, u LR_,, LR;, — 4uci0o U 3HAYEeHUs OT-
HOIIIeHUs IpaBaomoxobus LR, moaydueHHbIe I U3-
BECTHBIX TIap Ipob 06Iero U PasiInyHOTO MIPOUCXO-
SKIEHUS COOTBETCTBeHHO. Bripaikenue (2) B Mmarema-
THYECKOM ILIaHe SBJfeTCd KOMOWHAIIMEH alpuop-
HBIX IIAHCOB C OTHOIIIeHWeM mpaBmomnoxobua. Hc-
MOTb30BaHUE JorapugMa 1o OCHOBAHUIO 2 00bsICHA-
ercsi B pabore [13] u cBaszaHO ¢ WHQOPMAIMOH-
HO-TeopeTudeckoi naTepnperanuei Cj;p.

IlepBoe cmaraemoe B BhIpaxkeHuu (2) ABIAET-
ci cpemHuM 3HaveHneM (YHKIWH Buga f(x) =

1 .
= 10g2(1+ , IDUMEHEHHON KO BCE€M OTHOIICEHH-
X

M TPaBAONOA00Us, IIOJYyJYeHHBIM H3 CpPaBHEHHH
Ipo6 OZMHAKOBOTO IIPOUCXOMKIEHU, BTOPOE clarae-
MOe — CpeqHMM 3HaYeHWeM (DYHKIUU Buaa g(x) =
= logy(1 + x), mpuMeHeHHOH KO BceM LR, moiydueH-
HBIM U3 CPABHEHHH MPO0 PA3HOTO IIPOUCXOKIEHUI,
a C;p fABIASeTCA CPEJHUM 3THUX ABYX 3HAYEHUH
(puc. 1).

Ha puc. 1 BugHO, 4TO HeanbHO CpaBHEHME P00
00IIer0 IPOUCXOKIEHUS TOKHO OTPAKATHCST 00Ih-
UM TOJOKUTENbHBIM 1gLR u Oymer TpeboBaThb
OYeHb MasieHbKOro Mmrpaduoro 3sHaueHus Cjp.
IlITpadHoe 3HaYeHME yBeIHIUBAETCA C POCTOM ab-
COJIIOTHOM BEJIUYHWHBLI OTPUIATEIBLHOTO Jorapudma
OTHOIIIEHUS MPAaBONOA00MA U TPUBOAUT K Oosee
CHUJIBHOU TOAJEP:KKe MPOTHUBOIOIOKHON TUIIOTE3bI
pasHoro npoucxoxaenud. Hampumep, B sxcuepTuse
pacro3HaBaHus TOJIOCOB IMOIyIeHWe OTPHUIlaTeIbHO-
ro JjgorapudMa OTHOIIEHWSI MPaBAOION00HA IIpU
CpaBHEHHUH OIHOTO ¥ TOTO K€ TOBOPSIII[ET0 TPHUBOUAT
K TOeP:KKe TUIIOTE3hl Pa3HbIX TOBOPAIINX U TPe-
6yet 6ombItniero mrpaduoro suadenus Cppp.

Ecau mpu cpaBHHTENBHOM WHCCIETOBAHHHU [0-
Kas3aTelbCTB HAOIIOMAeTCA PABEHCTBO OTHOIIEHUS
MPABAONO00US TIOJIYYEHHOTO J0Ka3aTeIbCTBA Kak
B IPEAIONIOKEeHUH 00I1ero, TaKk ¥ PasHOrO IIPOHC-
xosxaenns, Torna Cjp paBHO enunuurie. [Ipocrpan-
cTBO, B KoTopoM Cj; r MenbIne 1 (cM. puc. 1), yrassI-
BaeT Ha 00/1aCTh MPABWILHOCTH CHCTEMBI: YeM HIUKE
CiLp, TEM JIydllle TPaBUIBHOCTH CyAe0HOro IoKa-
3aTeIbCTBA.

Ilousarue meHsI TOrapuPMUIECKOr0 OTHOIIEHUST
npasponoobus (Cj;r) OBUIO UCIIONB30BAHO TIPU aB-
TOMATH3UPOBAHHOM PACIO3HABAHUH TOBOPSIIETO
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[11] u BHOOC/IEnCTBHMM INPUMEHEHO B CymeOHO-dKC-
TIEPTHOM CpaBHEHWH Ton0ocoB [14]. ¥YBenuuenue mo-
mynsapHoctu nouatusd (C)r) ormedeno B 6 u3 18 cra-
Te, mpeCcTaBIeHHbIX HA 2-M Amepukano-H6epmii-
CKOM COBEII[aHUH I10 aKycTuke B Hosz6pe 2010 r. [7].

B pa6ore Pamoca u I'omcameca — Pogpureca [8]
IJA OIEHKW IIPABUJIBHOCTH OTHOIIEHUS IIPaBIO-
mMoM00Us TPU [OKA3ATENbCTBE CyAeOHOrO0 IIpPeAro-
JIOKEHUA IIPeIaraioT UCI0Ib30BaTh (PyHKIINOHATD-
HYI0 3aBHCHUMOCTH 1jid LR B BUIE SMIIUPUYECKOTO
ceuenns sHTponumu ECE (Empirical Cross-En-
tropy). OHTpOIHIO MOHMMAIOT KaK Mepy HeoIpere-
JIEHHOCTH.

Breipaxenne nna ECE B TepMuHax anmpuopHBIX
mraHcoB u LR uMeeT caeayionui BU/I:

PH |DYN
ECEz_(ipl)ilogzrlJr#—L
P i=1 L LRiO(HP)J
PH 4| ) 4
+——4"% log,[1+ LR ,0(H )], 3)
Ng 74

rne N, u N; — uucno, LR, v LR; — 3uavenus LR
VMHUTHPOBAHHBIX CIy4YaeB, KOTJa W3BECTHO, YTO
npenmnonoxenue H, u H;, COOTBETCTBEHHO, ABJIAET-
cst ucTUHHBIM; O — MIAHCHI.

Oyuriusa ECE, xkak u qyurnus C;p, 3aBUCUT
OT alpHOpPHBLIX IMaHcoB u LR, ompemenseMbIx B
VMHUTAIIMOHHOM 3KCIEPUMEHTE M3 BaTUAAITHOHHOTO
Habopa maHHbIX. 110 cyIecTBy oTimure STOTO mOJ-
X0/Ia OIIEHKU MPABUIBHOCTH OTHOIIEHUA MIPAB/OIO-
mobusA 3aKmIO¥aeTcs B JPYToM IpeCTaBIeHHH
yHKIIMY pacupeneneHus IOTHOCTA BEPOITHOCTH.

AsTopsr paboTs! [8] Takike BAPBUPYIOT alpPHOP-
HbIe BEPOSITHOCTHA B MIMPOKOH 00JACTH M HATJISAIHO
MPEICTABIAIT uX rpadguyecku (puc. 2).

Ha pwuc. 2 cmmomraas KpuBasg xapaKkTepHsyer
MPABUIBHOCTh OIEHKHW OTHOIIEHUS IMPaBJOIo[00us
B BaJIHUIAIIMOHHOM Habope JaHHBIX. UeM HUKe KPH-
Badg, TeM JIydllle MPaBUWIBHOCTh CyAeOHOTO JoKa3a-
TEJIbCTBA.

[lyukrupuas ECE-xpuBas TmogydeHa IIOCTe
TparcdopMaIny BaIuganuoHHoro Habopa LR ¢ uc-
nonb3oBanuem PAV-angropurma [8]. KpuBas moxa-
3bIBAET 3(PPEKTUBHOCTh BaIHAAIMOHHOTO Habopa
ONITUMATBHO KaTuOpoBaHHBIX LR-3HavYeHUi: ueM
HUKe KpPHUBad W MEHbINle Pasjaudue MKy Hel u
CILIOIITHOM KPUBOH, TeM JydIie KaruOpoBKa.

Toueunasa KpuBasg — HEUTPATbHBIH STAJIOH.
On mnpepncrasisier co00i CpaBHUTENBHYIO d(dex-
TUBHOCTb TaK HA3bIBAEMOW HEUTPATbHOM OIeHKH
IOKa3aTeabCTBa, IPU KoTopoit LR = 1 ana xaxmoro
ciydas, T.e. 06a paccMaTPUBAaEMbIX Caydas paBHOBeE-
postabl. Hefitpanbubiil sTamoH Oepercd Kak TpaHu-
1a appexruBHocTr. KprBas npaBuiIbHOCTH JOKHA
OBITH HUIKE STAJIOHA.

ECE

.
[ e ittt

ro b
w®
Q

Puc. 2. 3aBucumocru OMITUPUIECKOI'0 CEYCHUSI JHTPOIINU OT
aIIPUOPHBIX MIAHCOB

Ciemyer oTMEeTHTB, YTO B JIMTEPATYpPE BCTpeda-
I0TCA U JPYTH€e MOAXOAbI K OIEHKEe IMPaBHUIbHOCTU
CynebHOTO 10Ka3aTelIhCTRA.

Hapsiny c¢ omeHkoil mpaBHILHOCTA B CyHZeOHOM
HayKe B IUIaHE METPOJIOTHH UCCIETOBATENH y/elid-
0T BHUMAaHUe OLIEHKe BOCIIPOM3BOAMMOCTH WM Ha-
IesxHOCTH 3HaueHmi LR, Tak Kak oHa cBA3aHa C
OILIEHKOH [OBEPHUTEIHLHOTO WHTEpPBAIa WIH HeoIpe-
JleIeHHOCTH 3HAYeHU.

IIpouenypa HaxoKIeHUS [TOBEPUTEIHLHOTO WH-
TepBaja [OCTATOYHO MOAPOOHO ommcaHa B pabore
[15]. IIpogemonCcTpHpPYEM BaKHOCTD €T0 OLIEHKH.

Hanpumep, mpu cpaBHEHHUW H3BECTHBIX M CO-
MHHUTEJIbHBIX MPo6 ObLI0 HageHo, uro lgLR =
=3 = 2mupu P = 95 %. 310 B maHHOM C/Iy4ae O3Ha-
Yaer, YTo JJIs1 OTHOIIEHWUS IPABIOIIO00M, PABHOTO
1000, ¢ BepoaTHoOcTBIO 95 % 3HaUEHHWE OTHOIIEHUS
MIPaBIOMO00UA MOKET HAXOUTHCA B HHTEPBAJIE OT
10 mo 100000 B 10sib3y IPEMIIONOKEHUS OOIIEro
MIPOUCXOKIEHUA TIPO0.

IIpocras komcraramusa lgLR = 3 B orcyTcTBHE
IPyroi HH(MOpPMAINK TO3BOJSET IPUHUMATH €r0 B
KayecTBe CHJIbl J0KA3aTelbCTBA M CYUTATh, HUTO
MPEeIIIoJIoKeHre 00mero mpoucxoxmgenus B 1000
pas 6Gosiee BEpOATHO, YeM IIPEIIIOIOKEHIe PasInd-
HOTO IIPOUCXOkAeHusA. Hamporus, ecau mpemocras-
meHa Gosee mupokasa WH(OPMAIUA, B YACTHOCTH,
0 TOM, YTO YCTAHOBJIEHA HEOIPEeIeIeHHOCTh 3HaYe-
HUA LR, TpaBOIpPUMEHUTETb MOKET II0 CBOEMY
YCMOTPEHHIO BbIOpaTh 3HadyeHnwe LR Oimixe K He-
TPaJbHOMY JTAJOHYy, Hampumep, 3HadeHwe 10 wu3
95 %-HOro NOBEPUTEIHFHOT0 NHTEPBAJIA.

IIpumep B3saT u3 paborsr [7]. Ou mpexmcrasid-
ercd HAM B3K30TUYHBIM H3-3a IIUPOTHI BEPOAT-
HOTO MHTEPBAJA, UIH Ype3MepPHO OGOJIBIIOH TOTPelI-
HOCTH OIIpefieJIeHusA, OMHAKO SABJIIeTCd BechMma Ha-
TS THBIM.

Yro6pl COMEHCTBOBATL KOHKPETHOMY CYOBEKTY
CyIOTIPOM3BO/ICTBA, PEIIaIleMy BOMIPOC O IIPHUHA-
THH CBOETrO PEIIeHWs, A TOLyIeHUs HAIEKHBIX
BBIBOJIOB IO Cyae0HO-3KCIIEPTHOMY HCCIEIOBAHHUIO
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CyZeOHBIH 9KCIEePT AOJKEH IPEICTABUTH BCIO MMe-
OIyIOCsT WH(OPMAIUIO, BKJIKOYASA OTYET O BBIAB-
JIEHHOH COBOKYITHOCTH KPUMHUHATHUCTHYECKH 3HAYU-
MBIX IIPHU3HAKOB, OIIEHKY IPABHUIBHOCTA U BOCIIPO-
M3BOIMMOCTH TIOJIyYEHHBIX PE3yJbTATOB, 3HAYEHUE
OTHOIIIEHUS MIPABAOIOA00UI U €T0 JOBEPUTEIHHbIH
WHTEPBAJ.

B zakmiouenne cienyer OTMETHTD, YTO KOHIIET-
U OTHOIIEHUA MPABAOIONO0USI MPUHATA B Kade-
CTBe CTaHmapTa A CyAOMPOM3BOJACTBA IIPH CPaB-
wennu JJHK-npodwmneit [17, 18] u mocrenenHo mpu-
HHMAaeTcsd B APYrHX 00acTaX Cyae0HO-IKCIIePTHOH
HAYK{, B TOM YHCJIe, TP CPABHEHUHU TroJ0coB [14 —
16], mouepkos [19], ormeuaTkoB nambies [20], Bu-
moB obyBu [21], crexma [22]. KoaunguecTBo ucciemo-
BaTeyiel, 3aHUMAIOIIUXCA BOIIPOCAMHU OIIEHKH HEOTI-
PemeneHHOCTH B CyAeOHOM SKCIepTH3e, IMOCTOSHHO
YBEJIMYUBAETCA, a 00IaCTH MPAKTUIECKOTO KUCIIOJIb-
30BaHUA KOHIIEIIIIMYM OTHOIIEHHUS IIPaBJOIO00us
IIPU TIPOM3BOACTBE CYyAEeOHBIX DKCIIEPTU3 HEYKIOHHO
pacmupsioresa. IIpu sTom B pamrax ENFSI paspa-
60TaH AUPEKTUBHO-METOINYECKUH TOKyMEHT — PY-
KOBOJICTBO IO OIIEHOYHOM oTdyeTHOoCTH [23, 24], KOTO-
pOe OCHOBaHO Ha anPOOUPOBAHHBIX U OIMYOJIHMKOBAH-
HBIX Pe3yIbTaTax MHOTOJIETHUX UCCIE[OBAHUM.
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