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NIEHTUPHUKAIIUSA Fe (IV) B OKCHIAX XUMHUYECKUMU
TECT-METOJAMHA

© Hwuxoaan BacuasreBumu BapkoBckuit

Wucruryr dusuku tBepporo tena Poccuiickoit akagemun Hayk (MOTT PAH), Poceus, 142432, MockoBckas 06:1., . YepHOTo-
moBKa, yi. Akan. Ocunbsana; e-mail: barkov@issp.ac.ru

Cmamuvsa nocmynuaa 27 aneapsa 2020 2. Ilocmynuaa nocae dopabomru 25 gpespans 2020 .
Ipunama k nybaurayuu 22 anpeas 2020 2.

IIpoBenen cpaBHUTETHHBIN aHAIN3 TOBEJIEHUA OKCHIOB, comepskarnmx skenezo (III) u sxemeso
(IV), B okmcnurenbHO-BoccTaHoBUTENBHBIX (OB) peakiusax ¢ opraHn4ecKuMy U HEOPraHMIEeCKH-
mu peareHtamu. O6beKTOM 1 paspaboTku TecT-MeTonoB Obin okcun SrFeOs ., momydeHHBIN
MertoznoM TBeprodasHoro cuaTesa us SrCO; u FeyOs. ¥Yeranosnewo, uro Fe (IV) npossiger 6o-
Jlee CUIbHBIE OKHUCIUTENbHbBIe cBoticTBa, ueM Fe (III), Ha ocHOBaHMYU Yero HaIEeHbI PEareHThl,
nosBossgonMe uhaeHTngumuposats Fe (IV): 6poMoBOmOpomHAs KHCIOTa, KOMILIeke FeZt ¢
Fe(CN)3~, comu V (IV) 1 Mn (II), a raksxe opraHudecKre CoeqMHEHN — aMUHBbI (IueHnIaMuH,
O-TONUIVH, OEH3UAWH) U KpacuTenu (MEeTHUIOBBIA KpPACHBIN). Bojee CHIIbHBIE OKHCIUTENbHbBIE
csotictBa Fe (IV) mo cpasrenuto ¢ Fe (III) monreep:xaeHp! MOTEHIIMOMETPHYIECKH PA3IMIHBIM
xapakrepom usmenenus JJ[C B mporecce pacrBopenwms coorBercrBymomux oxcumoB B HCL
Ogxcurn SrFeOs_, He oxucngaer B kucibx cpepax Mn (II) o Mn (VII), Cr (III) zo Cr (VI), Ce (III)
o Ce (IV), a B menounsx — Cu (II) mo Cu (III). TlockombKy MCCIEIyEMBIH OKCH] OKHCIIET
nonsr Cl- (E&; ,/2c1- = 1,3583 B) u Br- (ER. ,/2Br- = 1,087 B) 110 COOTBETCTBYIOIMX ra/IOTeHOB,
HO He okucasger Mn2+ no MnO; (EMnO ;/Mn = 1,51 B), oneHO4YHOe 3HaUeHUe CTAHAAPTHOTO OB
TIOTeHIUAIa ESrFe03 . Fes* COCTaB.TIHe’I‘ 1 ,4 B. BriepBble paspaboTaHHas cucTeMa aHATATHIECKUX
TECTOB JIJIS ;[I/Id)(bepeHquOBaHHﬂ Fe (IV) u Fe (IT]) m0o3BOIMT KOHTPOJIMPOBATH IIPOIIECCHI CHH-
Te3a CIIOKHBIX OKCHUIIOB M (0a3000pa30BaHUs B CHCTEMAX, COIEPKAIIIMX JKeJe30, IeJI0UHbIE U IIle-
JIOYHO3EMENTbHbIE METALIbI.

KiroueBnblIe cIoBa: OKCH/IBL, BAIGHTHOE cocTosiaume; :xene3o (IV); cucrema Sr — Fe — O; rect-me-
TOZBL

IDENTIFICATION OF Fe (IV) IN OXIDES BY CHEMICAL TEST METHODS

© Nikolay V. Barkovskii
Institute of Solid State Physics of Russian Academy of Sciences, 2 Akademika Ossipyana ul., Chernogolovka, 142432, Russia;

e-mail: barkov@issp.ac.ru

Received January 27, 2020. Revised February 25, 2020. Accepted April 22, 2020.

A comparative analysis of the behavior of oxides containing Fe (III) and Fe (IV) in redox reactions with or-
ganic and inorganic reagents has been carried out. SrFeO3-x oxide obtained by solid-phase synthesis from
SrCO; and Fe,O4 has been an object to develop test methods. It has been shown that Fe (IV) exhibits the
properties of a stronger oxidizer than Fe (III), thus providing a set of reagents which enable identification
of Fe (IV): hydrobromic acid, Fe2+ complex with Fe(CN)2~, V (IV), and Mn (II) salts, and organic reagents,
namely, amines (diphenylamine, o-tolidine, benzidine) and dyes (methyl red). Potentiometric method
proved stronger oxidative properties of Fe (IV) compared to Fe (III) revealed in different character of
changes in EMF during dissolution of the corresponding oxides in HCl. SrFeO,_, oxide does not oxidize
Mn (II) to Mn (VII), Cr (I1I) to Cr (VD), Ce (III) to Ce (IV) in acidic media, and Cu (II) to Cu (III) in alkaline
media. Since the oxide under study oxidize Cl- (ECI2 Jec1- = 1.3583 V) and Br- (EBTZ /2Br- = 1.087V) ions
to the corresponding halogens, but does not oxidize Mn?* to MnO, (Edmo- ;/Mn3+ = 1.51V), an estimated
value of the standard redox potential ESrFe03 Jres+ 18 ~1.4 V. We have developed for the first time a sys-
tem of analytical tests for differentiation of Fe (IV) and Fe (III) which can provide monitoring of the syn-
thesis of complex oxides and phase formation in the systems containing iron, alkali and alkaline earth
metals.

Keywords: oxide; valence state; iron (IV); Sr — Fe — O system; test methods.
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BBenenune

HKemneso, mepexonusbiii 3d-smemMeHT, uMeeT IITH-
POKmii crieKTp BaseHTHbIX cocrosuuit (BC) — II, 111,
IV, V, VI, VII u VIII [1-5]. Cocrosuusa IV — VIII
CUMTAIOT BBICIIUMHU: Haubojiee M3ydeHBI (peppaThl
(VD) [3]. Berciime BC :xenesa peanusyooTcs mpeumy-
mecTBeHHo B okcumax Iemounbrx (M) u memod-
HozeMmenbHBIX MeTawioB (II[3M). W3 mpocTbix BbIC-
KX OKCUI0B u3BecteH Tobko FeO, (BC xemesa —
VIII), He BbIAEIEHHDBIH B KPUCTAIINIECKOM COCTOS-
HWH U 0JIy4eHHbId B Buae pactsopa B CCl, [5] axke-
Tpakuueil u3 aHoauTa, 00Pa3yIOIIerocs Mpu BHICO-
KHX IUIOTHOCTAX TOKA B IPOIECCe aHOHOTO PACTBO-
peHus 0cob0 YHCTOTO jKejie3a B KOHIIEHTPUPOBAH-
HOM pacTBOpe Iejoun. Pesyabrarhl 9TOM paboThI
HEe IOJTBEPIKIeHbI IPYTUMH aBTOPaMHU W HeyOemu-
TeJbHBI. ABTOP HEIaBHO OIIyOJMKOBAHHOTO 0030pa
[3] cuuraer, uro okcun FeO, me cymecrByer, u 10
HACTOAIIETO BPEMEHU BCe IOMBITKU €r0 CHUHTEe3a
ObLIH HeymauyHbIMK. KpaiiHe CKymHBI B JIHTEpaType
ceenenusa o Fe (VII). IIpeanonosxkenue o cyIiecTBo-
Bauuu xeme3a B BC VII u VIII mogsepraercs pes-
KOM Kputuke [6].

Kpucramnnyeckume deppaTsr cocraBa
MIFeVO,, MIFelVO,, MHFeIVO MiFeVO,,
M%FeVO (M! — IIIM, MII HISM) TpaﬂI/IL{I/IOHHO
mosiydaroT MetoaoM Teepaodasuoro cunresa (TPC)
[4,7-12]. Jna cepparos (VI) — MLFeVO, u
MUFeVl0, — paspaboTaHbl MeTOABI «MOKDPOTO»
OKHC/IUTEIFHOTO CHHTEe3a WJIN DIIEKTPoJu3a (aHo-
HOEe pacTBOpPeHHe :Keje3a B INeJO0YHBIX PacTBOpPax)
[3, 4, 13].

Deppars! (VI) u ocobernno — (V) u (VII) kpaiine
HEYCTOMYMBBI WM CKJIOHHBI K PEAKIHUAM HUCIIPO-
noproHupoBanus [4, 14, 15]. ®epparsr (V) u (VII)
SABIIAIOTCA MPOAyKTaMu pasioxenus gepparos (VI)
u oxcuga FeO, [15].

Oxcunnl, comep:xamue Fe (IV), akTuBHO cuH-
TE3UPOBAJIN U U3YJYaIW HA MPOTSKEHUN [TOCIEIHUX
50 ser [7 - 12], yTo 00yC/IOBIIEHO WHTEPECHBIM Ha-
60poM HMX (PHU3UIECKHX CBOMCTB, B YACTHOCTH, MAar-
HUTHBIX. K HacTosmeMy BpeMeHHU CTPYKTypa U (Qu-
3MYECKHE CBOMCTBA «CMEIIaHHO-BAJIEHTHBLIX» Qep-
paTOB (III IV) cucrem Sr-Fe-0O [7,8, 10 -12],
Ba - O [9] u TBepabix pactBopoB (Ln,A)FeO;
[16] (A II3M, Ln — peaxoseMenbHBIN METALI, B
vactrHocTH Pr [17]) xopoiio u3ydeHbl. ITH OKCHABI
HCIIONB3YIOT KaK KaTOAHbIE MATEPHUAJIBI IJIT TBEPIO-
TOILTUBHBIX BJIEMEHTOB.

HoxkasarenscrBa npucyrcrBusa Fe (IV) B oxcu-
Iax IOJIy4eHbl W3 MeccOAyIPOBCKHX CIIEKTPOB [7,
18 — 23]. Jlns ramxmoro us BC xemesa (111, IV, V, VI
u VIII [22,23]) 5TH CcHeKTpbl HUHAWUBUAYAJIbHBL
IlocraTouHo meTasbHO HCCIEI0BAHBI B JIUTEPATYypE
TOJIBKO XUMHUYECKHe cBoiicrBa epparos (VI), mose-
nmenue oxkcumaoB, comepsxarnux Fe (IV), Fe (V) u oco-

6enno — Fe (VII) u Fe (VIII), B okuciIuTeILHO-BOC-
cranoBuTenbHbIX (OB) peakmusax cucreMaTudecKu
He u3y4eHo. B aHamuTHYecKold XUMUHU AJid 0OHaApY-
sKeHusA :Keje3a B pasHbix BC paspaborasbl TOIBKO
Tectnl Ha Fe?t u Fed+,

WsBecTHO, YTO Kejle30 B CTEICHH OKHCICHHUS
(CO) +4 oxucnser nounl Cl- u I~ 1o cBobogHBIX ra-

norenos [4], a Fe?* — go Fe3* B coorsercTBum c
YPaBHEHHAMH:

2Fe** + 2Cl- — 2Fe?* + Cl,, (1)

9Fed* + 21 — 2Fed* + I, @)

Fe** + Fe?t — 2Fe3+, (3)

Peaxruu (2) u (3) ne:xar B 0OCHOBE OIpeeIeHus
KHCJIOPOIHOHN HecrexmoMeTpuu okcunoB SrFeO;  u
BaFeO;_, cooTBeTCTBEHHO MeTOJaMU HOIOMETPH-
veckoro [11, 24] U KOMILIEKCOHOMETPHUECKOro [25]
tutpoBaHua. Peaknus (3) ucromb3yercs s ompe-
nenenus Fe (IV) meromom 00paTHOTO THTPOBAHUA
Fe?* nuxpomarom [18] wnu connio Ce (IV) [26].

Hcxopa us Toro, uro xemne3o (IV) moimgHO OBITH
0osee cUIBHBIM OKuciauTeneMm, dem skemeszo (IID),
B HacTOAINeH paboTe IIOCTABJIeHA IeJb HIEHTH-
duranuu Fe (IV) xumuueckuMu TecT-MeTOJAMIU.
IIpepmonaraercss HAWTH PAI OPraHUYECKHX U He-
OpraHUYeCKHX peareHToB, WHAUQPQEPEHTHBIX K
Fe3* ¢ xoropeIMu GymeT B3amMojeHcTBOBAThH Fe*t.
CoBepIlleHHO OYEeBHAHO, YTO JKele30 B JI000H u3
CO > +4 6ymer o61agaTh OKHCIAUTEIHLHBIMH CBOM-
CcTBaMu, KOTOpbIE IOJKHBI YCHJIMBATBHCA II0 Mepe
yBemuuenus CO ot +4 mo +8.

JKCIIepHMEHTATBLHAS 9aCTh

O6bexToM 15T paspaboTKU TeCT-MeTOI0B HIeH-
tucpuranuu Fe (IV) 661 oxkcug SrFeQOs_,, monyuen-
we1it TOC uz SrCO5 (uma) u Fey,O5 (ocy 2 —4) mo
MeTOIMKe, 6IM3K0H K onrcanuon B [7, 8, 18]. Orxu-
'Y IPOBOAIN B BBICOKOTEMIIEPATYPHOH Jaboparop-
moii meun Nabertherm HTCT 03/15 (I'epmamwms).
TabmeTkn 13 MIUXTHI CTEXUOMETPHUIECKOTO COCTaBa
roce aByxsramuoro or:kura mpu 1000 (47 4 ¢ on-
HOU OPOMEKYTOYHOU rOMOTeHHu3aIuel u IpeccoBa-
auem) u 1300 °C (12 1) meamnensno (220 °C/u) oxmnax-
namu 10 200 °C u 3akanuBanu Ha Bo3ayxe. Pepparsl
(V) u (VI) TepMmudecKkr HECTOHUKU W JIETKO TEPSIOT
KHCJIOPOJI, BOCCTAHABINBAACH M0 Oomee Hu3Kux CO:
K;FeO, — npu Temmnepartype Bbire 600 °C (8 Toke
0,), KyFeO,, SrFeO, u BaFeO, — ua Bosgyxe B uH-
tepBane 150 — 400, 80 -600 u 105 - 800 °C coor-
BercTtBeHHO [4]. CiemoBaTenbHO, MOKHO IIPEIIIO-
JIOXKHUTD, 4TO popMupoBanue okcuaos St — Fe — O u
Ba-Fe -0 c xenesom B CO +5 u +6 B mporecce
BBICOKOTEMIIEPATYPHOTO KEPAMHYECKOTO OT/KHTa
npu temmeparype Boime 1000 °C MmamoBepoaTHo.
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MeromoM HOOMETPUYIECKOTO THUTPOBAHUA B
cuHTesupoBaHnHoM obpasiie SrFeQ; . ompenensau
cozmepskanme Kucmopona. Jlis aroit nenn okcuz pac-
tBOpanu B cMmecu 1 M pacrteopa KI (ocu 3 - 3) u xon-
nearpupoBanuoii HCl B moToke aproHa BBICOKOMH
gucroThl. [lomydueHHbIN pacTBOp pasbaBisiiu, I0BO-
nuau 3Hadenue pH ¢ mMOMOINBI0 KOHIEHTPHUPOBAH-
Horo ammuaka (ocu 23 -15) 1m0 2 -3 u TUTpOBaAIU
0,03 M pacrBopom NayS,05 (xu). CranmapTusaiuio
THUTPAHTA OCYIIECTBIISINA 0 JUXPOMATY KAIHA (XI)
MeTOMOM THUTpOBaHusa 3amecturesns. Crammaprom
CILy:KWJIa [BAXKABl TEPEKPUCTA/IM30BAHHAA COJIb
Ky,Cry0,, moBemeHHas 10 MOCTOSHHOM MAaCChI IIPH
temmeparype 150 °C, wuHEEKATOp — Kpaxmail.
Kucnoponubrii unnexc y = 3 —x B obpasue SrkeO,
PACCYUTHIBAIIN TI0 KOJIMYECTBY H0/ia, BBIEIUBIIIETO-
Cs1 B COOTBETCTBUHY C PEAKITHEL:

SrFeO, + 2yH* + (2y - HI" >
— Sr2* + Fe?* + (y - 2)I, + yH,0. (4)

IToreHnroMeTpHUUECKHE H3MEPEHUS BHITTOTHEHBI
¢ ucnoabzoBanuem noHomepa «M-135M.1» c mra-
TUHOBBIM  WHAWKATOPHBIM  DJIEKTPOJIOM  MapKH
«JIIB-1» ® HaCBIIIEHHBIM XJIOPUIACEPEOPIHBIM
2JIEKTPOIOM cpaBHeHuA Mapku «IBJI-1M3.1».

PaspaboTky TecToB mpOBOAMINA KATEIbHBIM Me-
TOOM, 00pabaThiBas HECKOIBKO MT OKCHIA OPraHU-
YECKVMH W HEOPraHWYeCKMMHU peareHTamu. Ilapai-
JIEIPHO TAKOW Ke 00paboTKe TOABEPTaln OKCHUJ
Fe,O; wm kpucrammorumaparer comeit  Fe  (ID)
(FeSO,-7H,O0) u Fe ((III) (FeCl;- 6H,0,
Fe(NOy)5 - 9H,0) (uma).

Hcnonndyembie opraHudecKkne ¥ HeOpraHMde-
CKMe KHCJIOTHI uMenu KBanuduraruo x4. Opranu-
YeCKHWe peareHTbl — AU(PeHWIaMWH, O-TOJUIHUH,
OEeH3UANH, METUJIOBBIN KPAaCHBIA — TOTOBUIN B CO-
orBercrBum ¢ paboroit [27]. N,N-mustui-n-gpenu-
meHauAMUH (Ya) UCIIOIb30BAIN B BHJIE CBEIKEIIPU-
rorosiaennoro 0,2 %-soro pacrsopa B 0,1 M HCL
Meronuku obOHapyskeHus OpomMa ¥ XJjopa C TIO-
MOIIbI0 (piryopecrenna (x4) (6ymaru, MpOIUTAHHOM
€ro HACBIIIEHHBIM PACTBOPOM B ciIydae 6poma U C
nobasnenreM KOH (xu1) u KBr (ocu 3 — 4) B ciyuae
XJI0pa) meTanbHO omucaHbl B pabore [28]. Pactsop
pesoprimaa (0,1 %, x4) TOTOBHIN B KOHIIEHTPUPO-
pauHoi H;PO,. IIpu runauenun V,05 (x4) ¢ KOH-
nentpuposarnoir HCl ¢ mocmemyromum pas6asie-
uueMm noayuanu ~0,1 M pacrsop VOCl,. Komrurexc
Fe?t ¢ Fe(CN)g‘ TOTOBUJIM CMEIIIMBaHHEM B cpene
1M HCI meckonprux ramenb 0,025 M pacrtsopos
comu Mopa u KsFe(CN); (xu). B psme rtecros
ucnionb3oBamu NH,VO;, pacreop Ti (IV) B xoHn-
nentpupoBaunon H,SO, [29], NaF, NaHCO,,
Mn(CH3COQ), - 4H,0, cons Mopa Fe(NH,)4(SO,),
- 6H,0 u K3Fe(CN)g (xu).

5000+ | j l 1 A
20 30 40 50 60 70 80
20, rpan.
Puc. 1. Kaptuna PJI o6pasua SrFeO, ., momxydeHnoro mo-
CTa,I[HfIHI::IM OTHUI'OM Ha BO3ayXe CTeXI/IOMeTpI/I‘IeCKOﬁ cMecu

SrCO; u Fe,O5 npu Temmneparype 1000 u 1300 °C ¢ mexes-
HbIM oxytaxkaenueM 10 200 °C

Fig. 1. X-ray diffraction pattern of SrFeO, , (the sample
was obtained by stage-by-stage annealing of a stoichiometric
mixture of SrCO; and Fe,Oy in air at 1000 and 1300°C with
subsequent slow cooling to 200°C)

Kaprunsr pearrenosckoii audparnuu (PJI) pe-
THCTPHUPOBAJIM TIPU KOMHATHOM TeMIIeparype C Io-
Morpio ycranoBku Siemens D-500 ¢ usmyuenunem
CuKa; u momoxpomaropoMm. Ilapamerpsnr sueex c
IIOTPENTHOCTHIO +0,002 A PaccYUTHIBATN METOIOM
MPO(PUIBHOTO AHAIN3A.

O6cy:xxneHue pesyabTaToB

Kapruna P]l momyueHHOTO MpoayKTa mpeCcTas-
mena Ha puc. 1. OcHouas dasza (92 % macc.) coort-
BeTCTBYeT u3BecTHOMY OkcHy SrgFegOq3 (SrFeOy gq)
C TETPArOHAJIBHOM CTPYKTYPOi (11p. Tp. [4/mmm) [9]
M xXapakTepusdyerca mapamerpamMu a = 10,932,
¢ = 17,700 A. B o6pasiie IpUCYTCTBYIOT ABE IIPEMEC-
Hele (haspl — pombuueckas Sr Fe 0p; (SrFeOy ;)
(mp. rp. Cmmm) [9] ¢ mapamerpamu a = 10,96, b =
=702, ¢ = 5471 A (7 % macc.) u crenpt Kybuue-
ckoro okcuzaa SrFeQO; (mp. rp. Pm3m) (a = 3,85 A.
Oxcupnpr SrFeOggq m SrFeO, ;5 aBnsaoTca ureHaMu
IUCKPETHOTO Psfia BAKAHCHOHHO-YIIOPSIOYEHHBIX
daz SrFeO; 1), (n = «, 8, 4, 2) mpu n = 8 u 4 coor-
BercTBeHHO [10].

I[To maHHBIM HOZOMETPHUUECKOTO THUTPOBAHUS
comepskanme Kuciaopoma B obpasime SrFeOs; . co-
crasuio 2,87(3), uro coorBercrByer cpemmeir CO
xenesa 3,74. Ecnu mona Fe®* pasma z, To Torma
nonsa Fe*t — 1-2z, a cpemgmaa CO sxemnesa pasHa
4 —z. Hommbri cocras obpasna SrFeO,g; MoxHO
npezcraButh Kak Sr*Fedt Feit O2. . a sHaunr,
comepxanue Fe (IV) B meM cocrapnser 74 % or 06-
Iero comep:kanus xenesa. [loaydennoe s3HaveHwue
KHCIIOPOTHOTO MHJEKCA B MCCIIeIyeMoM o0pasiie Co-
rJ1acyercs ¢ ero )azoBbIM COCTABOM.

Heopzanuweckue pedokc-cucmembvt. Bpimomnue-
HBI ToTeHImoMeTpudeckue namepenusa I/ C, BosHu-
KaIoIed B IeNM IUIATUHOBBIN 3JIEKTPO] — XJIOPHU/I-
cepeOpsHbIH SIIEKTPO/I CPaBHEHUS B IIpoIlecce pac-
tBOpenus SrFeOs; ., Fe,O; m kpucrammoruaparos
coneii Fe (II) (FeSO,-7H,0) u Fe (III)



8 «3aBoackasn Jaboparopus. [[naraoctuka marepuaaos». 2020. Tom 86. Ne 6

E, mB
12001 SrFrOsfx
1 1
1100
] @woo-0—o o _o o o
1000 ° 530l — FeSO,
900/ 5 5%

=
S 450
400

350 &oo—o—0—0

4
%D 300 —00- D——Jﬂ 1072 30 40 50

£, M

4 [ ] Fe(NO3)3
800 FeCl3

700: J

6001 HClL | A AT AT AR
== 2

500 'Fe,0s

4001 : : : : : : : ‘
0 10 2 30 40 50 60 70 80

t, MUH

Puc. 2. 3asucumocts J[C (371€KTpoabI: HHAUKATOPHBIN —
Pt, cpaBHEHUS — HACBIIIEHHBIN XIOPHUACEPEOPAHBII) OT Bpe-
MEHH IIPH PACTBOPEHHH COEAMHEHNH Keesa (comep:xanue Fe
B Kaskmou HaBecke — 0,1 mmoss) B 2 M HCI B armocdepe ap-
rona: SrFeO,_, (1), Fe,0; (2), xpucramnorunparos FeCl, (3),
Fe(NO;); (4) u FeSO, (1a BcTaBke)

Fig. 2. Time dependence of EMF upon dissolution of
SrFeO,_, (1) and Fe,04 (2) oxides and crystalline hydrates of
FeCl; (3), Fe(NOy); (4), and FeSO, (see the inset) salts in
2M HCI in argon atmosphere (every sample contained
0.1 mmol Fe). Electrodes: indicator electrode (Pt), reference
electrode (saturated silver chloride)

(FeCl; - 6H,0, Fe(NOy)5 - 9H,0) 8 2 M HCI (puc. 2).
I Fey,Os, FeCl; u Fe(NOj)5 o6Hapy:KeHO MOBbIIIIe-
HFe MOTeHIuAaa B IIPOI[eCcCe PACTBOPEHHS U PE3Koe
cumxenne — i FeSOy, 9To 00bsACHIETCH OKUCIIH-
TeILHBEIMH CBOMCTBAMM HMOHOB Fe3™ m BoccTaHOBH-
TeIbHBIMH cBolcTBamu Fe?t (Fedt + e 2 Fe?*,

ge3+ e+ = (0,771 B; 3mech u ganee mo TEKCTy IPHU-
BeneHbl 3HaueHus crangaptHbix OB moreHmuamos
o pauuabsiM padoter [30]). [Tompem morenmuana mrs

comeit Fe (III) cocrarmsier me 6Gomee 100 — 150 mB
(cM. puc. 2, kpusbie 3 u 4), UTO BHAYUTENHHO 0OJIb-
ure Habmogaemoro aisa Fe,O5 (—~50 MB) (cum. prc. 2,
KpuBad 2) U 00bICHIETCS HEBBICOKOW PACTBOPHUMO-
croio okcuna B 2 M HCI.

IIpomece pacrBopenus okcuma SrFeO; . compo-
BOKJIAETCA CYIIECTBEHHO OOJIBIIIAM ITOBBIIIIEHUEM
IIC (mpumepro uHa 500 mB, cm. puc. 2, kpusasa 1).
B wusmepsiembIii CMeNmIAHHBIA IIOTEHIIHAT OCHOB-
HOM BKIAQJ HApALy C pemoKc-cucreMon Fe*t/Fe3*
puocur cucrema Cly/2Cl-, mis xKoropoi E _ =

»/2C1
= 1,3583 B. Xiop obpasyercsa B Hpouecce ‘OxucIe-
HUS XJIOPHUI-HOHOB PACTBOPSIEMbBIM OKCHIOM:

2SrFe0; , + (2 - 4x)Cl” + (12 - 40)H* —
— 2Fe3* + 28r2* + (6 - 2¢)H,0 + (1-2x)CL,T. (5)

XJ10p B MOJy4€HHOM PACTBOPE OOHAPYIKEH C II0-
Morbio aByx peakmuii: ¢ N,N-mustui-n-genuien-
IWaMUHOM II0 IIOSIBJIEHHWIO PO30BOTO OKPAIIHBAHUS
U ¢ (DIIyOpeciienHOM B IIPHUCYTCTBUU JOTIOTHUTEIHHO
BBegeHHoro KBr (kpacHoe mATHO d03uHA (TeTpa-
O6pomdryopeciienHa) Ha (PUABTPOBAIBLHOM Oymare)
[28].

AnamoruuubiM 00pa3oM IIPOHCXOIUT PaCTBOPE-
uue okcunaa SrFeO; , 8 HBr. Beigenstomuiica 6pom
00HAPYIKEH II0 PEAKITUN ¢ (DIIyOPECIIEHHOM.

Ilonyuenuble pesyabTaThl MPEACTABICHBI B
Tadaue.

Cnocobuocts Fe (IV) oxucasre Fe (II) nexur B
ocHoBe Tecra 3 (cM. Tabauily). PearenT mpurorTos-
mern u3 Heckombkux mia 1 M HCl ¢ gobaenenuem
0,025 M pacrBopoe coau Mopa u KiFe(CN)g

Xumndeckre peakrmu okcunoB SrFeOs  u Fe,05 u comu Fe (III) ¢ pasnuaabmvMu pearentamu npu 20 °C
Chemical reactions of SrFeO;_, Fe, O, and Fe (III) salt with different agents at 20°C

OCHOBHOM TIPOYKT PEAKIIUY U AHATUTUUECKUN IIPU3HAK

Howep Pearent
TecTra SrFeOg_, Fe,O4 FeClg
Heopranuuyeckue peareHTsi
1 HBr1l:1 Br, Becnernsrit HKenro-xopuam.
+1 M NaHCOj; u dayopeciienn MannHoBBII HKenro-senenniit  Hemro-zenensrit
2 2MHCI Cl, Becusernbii Kenro-zenennria
+1 M NaHCO; u dyopecrienn ¢ KBr MatunoBbI#i HKenro-3enenniii  Henro-senenprit
3  Kommuexc Fe2+ ¢ Fe(CN)g~ JKemro-kopuanesbit Cunnit Cunnit
4 ~0,1MVOC], CBerno-KerThIi BuprosoBsrit Buprozossbrit
+ pesopruH B kouu. H;PO, Cunuit Becuserubrit Becusernsbrit
5 Mn(CH;COO), u xoun. H;PO, Kpacno-¢uonerossIii npu HarpeBaHUU Becuernsrit BecuseTHsrit
Oprannyeckue peareHTbl
6 Judenunamun B koHu. HySO, Cune-uepHbIi SeleHbIN SelleHbIN
7 o-Tomupuu 8 1 M HCI Henro-opam:xeBsrit BecriBernsrit HKemnro-3emenbrit
+ NaF nac. Apko-cuauit Becuserupri Becusernbri
8 DBemsumun 1 % 84 M CH;COOH Cune-3eleHbINA Becusernbii Henro-kopuum.
9 Merunossrii kpacubiii 8 1 M HCI Becrsernsbrit Manuuosbrit Manuuossrit
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(o 1 - 2 kammu). Mon Fe?* us conu Mopa pearupy-
er ¢ Fe(CN)g‘ ¢ o0pas3oBaHHEM KOJUIOMIHBLIX pac-
TBOpOB cuHero komiuiekca K[Fe3*Fe?+(CN)gy] (mpye-
ckad cuHAg) [31], mpu pacTBOpeHHUU B KOTOPOM OK-
cux SrFeO, , okucaser Fe?* qo Fe?*. 9o conposo:x-
maeTcs W3MEHEHHEM CHHEH OKPACKM Ha IKeJITOo-KO-
pUYHEBYIO, CBOWCTBEHHYIO rekcanuanodeppary
(IT1) sxenesa (III) Fe3+Fe3*(CN)g.

Oo6uapy:xeno, uro Bauanuii (IV), B3aThIi B BUIE
roay6oro 0,1 M pacrBopa VOCl,, okucnsercs oxkcu-
mom SrFeO;_, mo cBetno-xentrix Banaaar (V)-moHOB
(rect 4). ®opManTbHO IPOIECC OKUCIECHUA MOKHO
oIMcaTh ypaBHEHHUEM:

Fe (IV) + V (IV) — Fe (III) + V (V). (6)

Banagumit (V) B orimmume or VO?* pmaer cunee
OKpallliBaHWe C PACTBOPOM PE30pPIMHA B KOHIIEH-
tpupoBanuoit HsPO,. Pesopriuu obpasyer ¢ V (V)
KOMILJIEKCHOEe  COefiMHeHue, JIIOMUHECIIUpYollee
KpacHBIM CBETOM moj pnedcTBueM § P-usmydeHus
[32]. UpeanvHasa cpema mjisi HPOBEIEHUS STOH pe-
akuu — H3PO,, mockonsry Fe (III) casviBaercs
B GecrBeTHbI (ocdarubil kommuzexe FeH PO 2+,

YcranoBmeno, uyro SrFeOs;, oxucager conu
Mn (II) mo Mn (III) mpu HarpeBamwum B cpeje
opTodochOpPHON KHCIOTHI ¢ oOpasoBaHueM Quo-
meroBoro kommiexkca Mn(PO,)3~ (recr 5). Pea-
TEeHTOM CIYy;KMJIa CMeCh HACBIIMIEHHOTO PacTBOpa
Mn(CH3COO), - 4H,0 u  KOHIIEHTPHUPOBAHHOM
H;PO, (8 o6bemMHOM cooTHOmEeHNN 1:1).

Heobxogumo muddepennuposares Fe (IV) or
skesesa B 6osee Bricokux CO. OB croiicrsa Fe (V) B
aureparype He omucanbl. QCHOBATEIBHO HCCIEIO-
BaHo [3, 13, 14] noBenmenue Tonbko epparos (VI)
[0 OTHOUIEHUI0 K PAAY HEOPTaHWYEeCKHUX U Opra-
Hudeckux BoccramoBureneii. Fe (VI) — 6omee
CHUIIBHBIN OKMcauTenb, ueM Fe (IV), uro obycimosie-
HO BBICOKMM 3HaueHueM crauzaptaHoro OB moresn-
nuaga EgeO? Fer+ = 2,20 B, u cmocobeH oxucauTh
Mn (IT) 5o Mn (IV) [3, 4] u Mn (VII) [31].

Oxcun SrFeOs_,, comep:xamutit Fe (IV), He oxwc-
sszer B kucibix cpepax Mn (II) mo Mn (VII), Cr (III)
o Cr (VI), Ce (IIT) go Ce (IV), a B menounsix — Cu
(I1) mo Cu (III). Fe (VI) u Fe (IV) oxucasaror Cr (III)
o Cr (VI) B menouno# cpefie mpu KASTICHIH.

B numreparype oTCyTCTByIOT 3HAUEHWS CTaH-
naptabix OB noreHInaIoB peJoKC-CUCTEM C yIaCTH-
eMm Fe (IV). Aranusupys moBefieHre OKCHIOB, COIED-
sgammx Fe (IV), B pasmuuHbIX peIoOKC-CHCTEMAX,
MO:KHO oreHuTh 3HadyeHue OB moreniumana cucre-
MBI JIJIS TIOJIy PeaKIIN:

SrFeOs_, + (6 - 20)H* + (1 -2x)e —>

— Sr2* 4+ Fe3* + (3 —x)H,0. (7

Ilockonbky nccaexyeMblii OKCH/L OKUCIAET HOHBI
_ 0 - 0
Cl (ECIZ/ZCI— 1,3583 B) nu BI‘ (EBTZ/ZBI,,
= 1,087 B) 10 cOOTBETCTBYIOIIMX TAJIOTEHOB, HO HE
2+ - 0 —
orxucnger Mn?* mo MnOj (EMnOZ Mot = 1,561 B),
orieHOYHOe 3HaueHue craHgaprHoro OB morenua-

0 ~
na k SrFe0, , [Fei+ COCTABIAET 1,4 B.

Opzanuueckue pedorc-cucmemvt. 3ydeHbr pe-
akiuu SrFeO; . ¢ yeTbIpbMSA OpPraHUYECKHUMH pea-
reHTaMu: TU(PeHUIaAMUHOM, O-TOTUIUHOM, OEH3UIH-
HOM W METHJIOBBIM KpacHbIM. Panee [27] mokasano,
YTO WHTEHCUBHOCTH OKPACKHU MPOAYKTOB OKHMCICHUS
aMWHOB 3aBHUCHUT OT OKUCIUTEIbHBIX CBOMCTB UCCIIe-
IyeMoro okcuja. Bce Tpu aMHHA OKHUCISIIOTCSI OKCHU-
mom SrFeO, , (tectsr 6 — 8). Tonbpko mudpeHMIAMUH
HE3HAYUTEIBHO OKUCISAETCSI COSIWHEHUIMU JKenesa
(IIT) mo mpoxmyKTa 3€IeHOT0 IIBEeTa: IO BCEH BepOoAT-
HOCTH, TOJIy0asd OKpacKa MPOAYKTa OKUCIEHUS aMu-
Ha HAKIAIbIBAETCA HA IKEJITYI0 OKPACKY aKBaKOM-
wiekco Fe (III). [na BhIABIEHUS TPUIUHBI U3Me-
HEHWS JKeJITO-OPAHKEBOM OKPACKH MPOAYKTa OKHC-
JIEHUS O-TOJIUANHA HA APKO-CUHIOI B IIPHUCYTCTBUH
pactBopa NaF (tect 7) HE0OXOAUMO IOMOJIHUTEH-
HOe ucciaenoBanue. MOKHO yTBEp:KIATh, YTO MOSB-
JIEHVE CHHETr0 OKPAIlTuBaHUA He CBI3aHO C KOMILIEK-
coobpasoBanuem uoHOB Fe3t ¢ dropua-nonamu, rak
Kak HaOJII0aeTcs W B CIydae OKHCIUTEeNeH, He COo-
nep:amux :xenesa (manpumep, Bi,O,). Oxparten-
HbIe TPOJYKTHI HEe 00pasyioTcs MPH CMEITUBAHUN
pactBopoB o-Tonunuua u NakF.

MeTunoBsIii KpacHBINH B KHUCIOH cpejie OKUCIHII-
erca oxcugom SrFeO; , mo GecriBeTHBIX IPOIYKTOB
(tect 9). Bce monmyuenubie 3 OpraHUYECKUX pPeareH-
TOB GecliBETHBIE TPOAYKTHI CO BpeMeHeM Ipuodpe-
TAIOT JKEJITOBATYIO OKPACKY, CBOMCTBEHHYIO aKBa- U
xnopugabiM Komiuiexkcam Fe (I11).

Poav rkucaopoda 6 npoyeccax ¢pazoobpazosanus
6 cucmeme Sr— Fe— O. B mporiecce cuHTE3a OKCH-
108 St — Fe — O Ba:xHy0 posib UTpaeT arMocepHbIi
Kuciopon, obecrneuuBamomuii oxucienue Fe (III)
I popMupoBaHusA oOpasyroleiicsa (aspl ¢ ONTH-
ManbHbIM coorHomrennem Fe (IV)/Fe (III) u, kax
CIIe[ICTBHE, C ONTUMAJIBHBIM COIEPKAHUEM KHCJIO-
pona. IIpu remmeparype 1300 °C ob6paser; SrFeOs;
KHCIOPOMOAe(PUIINTEH: COCTaB  BBICOKOTEMIIEPA-
TypHO# thaser — SrFeOy gq [18], cpennaa CO xemesa
B Hell paBHa 3,36. [Ipu MemieHHOM OXJIAMKICHUH HA
BO3Iyxe 00paser] HachllaeTcs KuciaopomoMm: dasa
cocrasa SrFeQ, g; Kpucranausyerca B TeTparoHaIb-
HOHM f4eiiKke. JTO XOPOIIO COTJIACYETCS C AAaHHBIMU
paborer [10]: oxmammenuem ot 1250 mo 20 °C mo-
nygena casa cocraBa SrFeOggrq;). Conepixanme
Fe (IV) yBenuuuBaercs ¢ 36 no 74 %. [lnurenbHBIN
Hu3KOoTeMneparypHbid ormkur SrFeO,g; B moToke
rkucmopoga (T = 360 °C, 240 1) He TpUBOIHUT K 06pa-
soBanmuio okcuaa SrFeO; o [33]. Y Tonpko mpu BbI-
cokoM maBieHuu kuciaopoxa (34 Mlla, 550 °C [26],
30 MIIa, 400 °C, 24 4, MejIeHHOE OXJAKIEHHUE 0
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200 °C [10]) nnu B miporiecce simekrponusa [18] moux-
HO TIOJIyYHUTBH IOJHOCTHIO OKHUCIEHHBIH OKCHJ JKe-
nesa (IV)-ctpormusa cocraBa SrFeOgggg;5 [10] m
SrFeO;, [18,26]. Paza co crTpykTypoii OpayH-
MUWJITIEPUTA, MPEACTABIIIAd cO00M OKCHA JKeire-
3a (III) — crpornua SrFeO, 5y, hopmupyercsa B ycmo-
BUSIX HHU3KOTO MAPIIUAIBHOTO IABJIEHUA KHUCJIO-
poxa — B armocgepe aproua (1000 °C, 24) [18] u B
BOCCTAHOBHUTENHHBIX YCIOBUAX (cMech aproHa ¢ 5 %
H,, 500 °C, 12 4) [10].

He wuckmioueno, uro ¢opMupoBaHvie OKCHIOB
Sr — Fe — O B mportecce oTsgura B armocdepe KHUCIIo-
PoZia MOKeT IMPOUCXOIUTH C y4ACTHEM ero HeoObId-
HBIX BAJIEHTHBIX )OPM, OTIHYHBIX 0T 0%, TaKUX KaK
03,03,03,027, 0, 0° [2, 27, 29]. Bemonuennoe
B HACTOSIEH paboTe HCCaeIOBaHME IOKA3LIBAET,
gro okuciaurenem B SrFeO; , He MoryT 6bITH gwIIe-
pOKcHa-HOHBL. Peakiiuu Ha 9TV WOHBI C ©U3BECTHBIMU
peareatamu (NH,VO; u Ti (IV) B Kucneix cpemax)
orpuriareabubl. KpoMe Toro, Kak rmokasaxo B pabore
[29], mpu pactBopenuu mepokcuga BaO, B Kucioi
cpene HabGmomaercs peskoe cHumkeHwe JJC, a me
MOBBIIIIEHNE, KAK B HACTOsdIIel pabore (cM. puc. 2,
KpuBasg 1).

Ha gmarpamme cucremsr SrO - Fe,O; momxmb!
MPUCYTCTBOBAThH (basbl, COMEpIKaIre Kene30 B Ofl-
aHoM BC — III. B pa6ore [11] aTa cucrema paccmar-
puBaerca kak mcesmonBoiiHad. Oxcumgbr SrFeOs
MIPUHAJIEKAT CeIeHUIM (PasoBOM quarpaMMbl TPOH-
uoit cucrembl SrO — Fe,0O5 — FeO,, (SrO - Fe,O5 — O,
[34]), cOOTBETCTBYIOIIAM PA3IHIHOMY ITaPIIHATHLHO-
My [OaBJIEHHUI0 KHCIOPOAa M, COOTBETCTBEHHO, pas-
ubiM cooTHommenusm Fe (IV)/Fe (III) u smayenusm
cpernueit CO Fe. Kpome oxcuma SrFeQO; ., Ha nua-
rpaMMe IpUCYTCTBYIOT (pasbl, comep:kamue Fe (IIT)
(SrFe;50,9), Fe (III) m Fe (IV) — SryFeO s,
Sr;Fe,0q5, SryFes045, SryFegOq5.5 [12] u TBEp-
eI pactBop Sty . FeOs; s (x = 0-0,05) [11, 35].
Ob6uapy:keHHbIE  OKCHIABI  SBJAIOTCA  pasamu
Pannnecnena — Ilonmepa romosnormyeckoil cepuu
Sr, ;. 1Fe,05,,1 (n=1,2,3, ..., 0) [11].

Hedunur xucimopoga — O B  dopmyie
SrFeg0q5 . 5 [12, 36] o3nauaer, 4To YacTh Keae3a B
cocrase okcuna Haxoxgurcesa B Bune Fe (II). @aswr, co-
nepsxarue Fe (IIT) u Fe (II), cocraBa SrFe3*Fel 0y,
u Sr2Fe§+Fe§§O 46 OOHAPYIKEHBI IIPH TeMIepaType
~1350 — 1440 °C [12]. Oxcun SrFeO, g75, oToMKEH-
HBIN B ammyie npu Temmeparype 280 °C B Teuenue
IBYyX MHEH ¢ MBOMHBIM MOIIpHbIM n3obiTROM CaH,,
BOCcTaHaBaUBaercs 10 cioucroro SrFe?t0,, B KoTO-
pom Fe (II) mmeer HeEOOBIYHYIO KBaIpaTHO-ILIOC-
KOCTHYIO KHCJIOPOAHYI0 Koopauuarwio [37]. Oxcun
SrFeO, mpu rtemmeparype ~130°C B armocdepe
kucmopona (0,1 MIla) obparmmo mpeBpaiiaercs B
SrFeO,g; ¢ o6pazoBaHueM Ha MPOMEKYTOUYHOH CTa-
nun okcuaa SrFeO, 5, comepxaiero Tonbko Fe (III).

Takum obpasom, okcuabl cucrembl St — Fe — O
neMoHCTpHupPyIoT mupokuii cuexrp BC xemesa — 11,
I u IV.

3axkJaroueHue

B macrosimieit pabore Biepeble paspaboTaHbI
XUMHAYECKHE TeCT-MeTOMbI, ITO3BOJIAIIMe TrupepeH-
muposatk Fe (IV) u Fe (III). Ot Tecrhl ocHOBAHBI
Ha pasHbIX OKHCIUTENbHBIX cBoucTBax Fe (IV) um
Fe (III) mo oTHOIIEHHIO K Pa3INIHBIM BOCCTAHOBHU-
tensim. PaspaboranHas cHUCTEMA TECTOB IIO3BOJIUT
KOHTPOJHUPOBATDH IPOIECC CHHTE3a CIOMKHBIX OKCH-
OB ¥ (pa3000pa30BaHUI B CHCTEMAX, COMEPIKAIIUAX
skemeso, MM u III8SM. CymecrByoomue B cucreMe
Sr — Fe — O nenTpanbherit okeun SrFeOj o [18], ero
kucimopomomedpumurTabie  ¢gaser  [7, 8, 10, 18, 20],
OKCHBI C PA3HBIM KATHOHHBIM cooTHoIIeHueM Sr/Fe
(SI‘2F€O4_5, SF3F9207_6, SI‘4Fe3010_5, SI‘4Fe6013+8
[11,12]) u TBepawiii pactBOp St ., FeOs;5 (x =
=0-0,05) [11, 35] comep:xar Fe (IV) u Oymyt ma-
BaThb MOJO:KUTENbHBIE TecThl ¢ HBr, xommiexcom
Fe?+ ¢ Fe(CN)g’, consivu V (IV) u Mn (II), nudpennn-
aMHHOM, O-TOJUIWHOM, O€H3UINHOM M METHIOBBIM
kpacHbIM. Oxcuaetr SrFeO, [35], SrFeO, 5, [10, 18],
SI‘Felelg [7], SI‘4F66013_5 [11, 12], SI'F818027 n
SroFes,046 [12] He comepskar Fe (IV), a smauwmr,
TECTHI C STHMH peareHTaMu OyayT OTPHIATENb-
ueiMu. [Ipu pacrBopernun B HCI das, comepirammx
Fe (II) — SrFeOz, SI'4F96013_8, SI'F918027 n
SroFes,046, Oymer HaOmoomarbea cHumenwe I C,
aHAJOTUYHOE HAOGIIIaeMOMy IIPH PAaCTBOPEHUN
kpucrautoruapara FeSO, (cm. prc. 2, BcraBka).

He uckinoueHo, 94T0 ¢ IOMOIIBIO IIPEIIaraeMbIX
XUMHAYECKHUX TECTOB He yaacres qudydepeHIinpoBaTh
Fe (IV) u Fe (V). Taxk, mo manuabim pabors! [4] mmoBe-
nmeHue oxcumos, comepsxamux Fe (IV) u Fe (V), mo
OTHOIIIEHHIO K Pa30aBIeHHbIM KHCIOTAM AHAJIOTHY-
Ho. Peppars! (V) 8 Hy,SO, u HNO; pasiararores 1o
Fe (III) u O,, a 8 HC1 o6pasytor O, u Cl,, kak u dep-
pater (IV). Hamwuue B uccnexyemom okxcuzme Fe (V)
u Fe (VI) uckmoyaerci JaHHBIMA HOJOMETpPHYE-
CKOT'0 OIIpeIeIeHus KACIOPOIHOIO HHIEKCA U OTCYT-
CTBHEM OIIMCAHHBIX B JIMTEPATYPE TUIIHMYHBLIX IJISI
Fe (VI) peaxmuii [3, 4, 31].

Bwmecre ¢ Tem npemiaraeMbie XUMUYECKHE TECThI
MOTYT OBITh HCIIOJIB30BAHBLI KAK TOIIOJHHUTEIbHBIN
MeToj, mo3BoJgui ooHapy:xuTts Fe (IV). Mece-
6ayospoBCKas CIEKTPOCKOINWS, TPATUIMOHHO WC-
rnosb3yeMas i uaeHTuduranuu pasaundabix BC
skemesa [7, 8, 19 — 23, 32], B pane caydaes maeT He-
OIHO3HAYHO HHTEPIPETHPYyEeMble Pe3yIbTaThl, Ha
YTO YKa3bIBAET JIETAIbHOE HCcIenoBanwe [6].

Wnrepec x okcunam Fe (IV) me ocmabesaer B mo-
cnequue roabl. /1o cuX TIOp He U3BECTHO, CYIECTBY-
eT JI1 KPUCTAITIMIECKHUH IpocTol okcup xeuesa (IV)
FeO,, uT0 MOTJI0 GBI IIOCIYKHTH CAMBIM BAYKHBIM JI0-
Kas3aTebCTBOM CcylnecTBoBauus sxemesa B BC IV.
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Hemaguo [38] coob11anoch 0 MoLyIeHnH KPHUCTAILIH-
yeckoro FeQ, Ipy BBICOKOM ABICHWH KHCIOPOIA
(78 I'lla). Ha camom pmeme ObLT CHHTE3UPOBAH HE
okcun :xemesa (IV), a mumepoxcun :xemesa (II),
B CTPYKType KOTOPOTO IIPEIIIOIaraercs Haaudue
MOCTHKOBOTO AHUIIEPOKCHAHOr0 Kmciaopoma —0-0O-—
[38, 39].

Eme npemcrour OGosblias pabora II0 MOHUCKY
METOI0B CHHTe3a MCTHHHOrO okcuma :xenesza (IV),
B KOTOPOM (PHU3UIECKUMHU MeTOofaMu (3JIeKTPOHHAI,
MeccOaysPOBCKAs CIIEKTPOCKOIIHA) M XUMHYECKUMU
TecTaMu ObLIO ObI JOKA3aHO HAJINYNE TOJIbKO YeThI-
PEXBAJIEHTHOTO :Kelle3a MPH OTCYTCTBHM HETUIINY-
HBIX BAJIEHTHBIX )OPM KHCIOPOAA.

Asmop evipancaem 2ayb0KyH nNPUIHAMENb-
rocmbv A. H. Hearo8y 3a nomMowb, OKA3GHHYIO NpU
cunmese uccaedyemozo oopasya, u O. . lllaxnesuu,
8bINOAHUBULET PEHM2eHOPA30BLI AHALUS.

duHaHCUpPOBAHUE

Pabora BbIlOHEHA B paMKax ToC3aIaHUd
UPTT PAH.
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J17151 TOBBIIIEHHS SKCIIPECCHOCTH OIPEIEIeHHUs 30JI0Ta B CIUIABAX HA €r0 OCHOBE B JIa60paTOPHH
PEHTTeHOCIIEKTPATBHBIX METO/IOB aHAIN3a AHATUTHIECKoro nenTpa Kpacisermera 6b1a paspa-
6oTama MeTomuKa peHTreHoduryopeciieHTHoro ananusa (PPA), B ocHOBY KOTOPOI MOI0KEHA JIH-
HeMHas Perpeccusi, yCTAHABIUBAIOIIAS CBA3b MEK/IY CONEP/KAHIEM 30J10Ta B IIP0o0e 1 MHTEHCUB-
HOCTAMHY H3JIy4eHHs BXOIAIINX B aHAIU3UPYEMbIN CILIAB 3J€MEeHTOB. BriOpaHHOEe MeTomaMu
BEJIFOYEHHA BIUAIONIETO (DAKTOPA U OIIEHKH KOPPEIAIAN HEBAZ0K C BIUAIOIINM (DAKTOPOM YPaB-
HEHWE PErpecCuy YIUTHIBAET BIMSAHUE HA MHTEHCHBHOCTD JIMHUY 30JI0Ta TAKUX 3JIEMEHTOB, KK
Ag, Cu, Zn, Ni u Pd. ;11 HaxoxmeHus K03()(pUIIMEeHTOB IMHEHHOM PETPECCHH PEIIIAI0T CUCTEMY
JIuHelHbIX anrebpardeckux ypasuenuit (CJIAY), mist cocraBienus KOTOPOM UCIIOIB3YIOT BUPTY-
anbHbIe TpaayupoBounbie 06pasibl (BI'O) — pesynbraThl aHanmsa peanbHbIX P00 (MHTEHCHB-
HOCTH PEHTI€HOBCKHX JIMHUU 3JIEMEHTOB W 3HAYEHUS COMEP/KAHUS 30JI0Ta, MIOJIyYeHHbIE METO-
ZIOM IIPOOHPHOTO aHAIN3a), pasMellleHHbIe B 3JeKTPoHHOH 6ase nanubix (BII). BI'O, mus koro-
PbIX HHTEHCUBHOCTH JIMHUH 3JIEMEHTOB OIM3KY K H3MEPEHHBIM JJIA aHAJIU3UPYEMOL IIPO0ObI, BbI-
6upator u3 B]I ¢ momorrsio dupTpa: I8 KaXKI0ro U3 SIeMeHTOB (MeTaIoB) B Ipobe oIrpenes-
10T cBoe 3Havenwue ¢unbrpa. CoznanHoe HAMU MyJIBTHBEPCHOHHOE IIPOrPAMMHOE 00ecIieueHe
(MBII) gms perrenuss CJIAY, unTerpupoBanuoe B 1a00paTOPHY0 HH(MOPMAITHOHHYIO CUCTEMY
(LIMS), BRIIFOUaET HECKOJIBKO JITOPUTMOB, PEAIN30BAHHBIX Ha PA3IUYHbIX SI3BIKAX [IPOrPAMMHU-
poBanus. [Ipuvenenre paspab0TaHHONU METOIVMKH IIO3BOJIIIIO 3HAYHUTEIHHO COKPATHTH BPEMS
aHaIN3a, IIPY 3TOM IIOTPEITHOCTH PEe3yJIHTATOB OIpeeieHud 3010Ta He npesbimaet 0,13 %, aro
COIIOCTABMMO C METOJIOM IIPOOHMPHOIO aHAIN3A.

KiroueBbie Ci0Ba: PEeHTIEHOCIIEKTPAIBHBIN aHAINS; PEIPECCHOHHBIN aHAIN3; ONpeIeeHuE;
30JI0TO; CILIABBI HA OCHOBE 30JI0TA; TPaLyHPOBOYHBIN obpaser; Kpacuperver; My IbTHBEPCHOH-
HOe IIPOrpaMMHOe obecIieueHue.

DEVELOPMENT AND IMPLEMENTATION OF X-RAY FLUORESCENCE
TECHNIQUE FOR GOLD DETERMINATION IN JEWELRY ALLOYS
AT THE ANALYTICAL CENTER OF THE JSC “KRASTSVETMET”
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A technique of the X-ray fluorescence analysis (XRF) based on a linear regression providing correlation be-
tween the gold content in the sample and radiation intensities of the elements of the analyzed alloy is de-
veloped at the analytical center of the JSC “Krastsvetmet” (laboratory of X-ray spectral analysis) to in-
crease the rapidity of gold determination in gold-based alloys. The regression equation chosen by the
methods including the influencing factor (contributor) and estimating correlation between the disparities
and influencing factor takes into account the effect of such elements as Ag, Cu, Zn, Ni, and Pd on the gold
line intensity. Virtual calibration samples (VCS) — the results of the analysis of real samples (X-ray line
intensities of elements and gold values obtained by the assay method) taken from electronic database (DB)
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are used to form a system of linear algebraic equations (SLAE) which is to be solved for determination the
desired linear regression coefficients. VCS for which the line intensities of the elements are close to those
measured for the analyzed sample are selected from the database using a specific filter: the filter value is
determined for each of the elements (metals) in the sample. The developed and integrated into the labora-
tory information system (LIMS) multi-version software (MVS) for solving SLAE includes several algo-
rithms implemented in various programming languages. The use of the presented methodology signifi-
cantly reduces the time of analysis. The error of gold determination does not exceed 0.13% which is com-

parable with that in the assay method.

Keywords: X-ray fluorescence; regression analysis; determination; gold; gold alloys; Krastsvetmet;

multi-version software.

Beenenue

KpaciiBetmer B cBOEl MpPOM3BOACTBEHHOU [esd-
TEIBHOCTH COTPYAHHUYAET C OOJBIIAM YHUCIOM
KOHTPATEHTOB, TIIOCTABIAIOIINX HA IepepaboTKy
CHIphe, comepikaliiee aparoieHHbie MeTamtsl (IIM).
B ycmoBuax KOHKypeHIUY NPeIIpPUATHIO He0OX0Iu-
MO MaKCHMAaJIbHO ObICTPO IPEIOCTABUTH KOHTPATeH-
Ty TOUHBIN pesynbrar onpenenenus [IM. Ilpumene-
HHE€ HOBBIX SKCIIPECCHBIX METOAHMK AHAIM3A II03-
BOJISIET COKPATHTh €r0 CPOKHM 0e3 IoTepHu KadecTBa
pes3yIbTaToB.

Meton peHTreHO(IyOPECIIEHTHOTO AaHaIu3a
(PDA) obamaer sKCIIpecCHOCThIO, IIIHPOKUM JHATA-
30HOM OIIPEAeNsIeMbIX COAEPIKAHHUU W TOYHOCTHIO,
KoTOpas obeclieueHa JeTalIbHO pa3paboTaHHOU Teo-
peTtmueckoit 6asoi [1, 2]. ATOT MeTOH MIMPOKO HC-
MOJIb3YIOT B IIBETHOH METAJLIYPIHH: PHUMEHEHUe
P®A npu npousBopcTBe AparoleHHBIX METAIIOB B
OAO «Kpacieermer» onrcano B paborax [3 — 5].

IIpumensemas MeToauKa peHTTeHO(Iyopec-
[IEHTHOTO OIIPEeIeIeHHs [LUIATHHBI, HAJIaIusd U Ce-
pebpa B ciiaBax Ha OCHOBE 30J10Ta ITO3BOJISAET IIOJLY-
YUTH pesyabTarThl aHamusa 3a 1 4. Oupenenenue 30-
JI0TA METO0OM NPOOHPHOTO aHAIW3a 3aHUMAeT 8 .
Llens HacrosIei paboTbl — COKpAIlleHHe BpeMeH!
OIIpeie/IeHHs 30JI0Ta B I0BEIUPHBIX CINIABAX 34 CYET
npumMeHeHus meroguku PPA ¢ ToYHOCTBHIO pesyiib-
TaTOB, HE YCTYIAIOIIEH MPOOUPHOMY aHATHU3Y.

JKCIIEPHMEHTAIBLHAA 9aCTh

O6BexkToM aHaTu3a ABIAAIOTCI IPHHATHIE y Ha-
CeJleHus1 IOBETUPHBIE U3[eNUsd, U3TOTOBIEHHbBIE W3
CILJIABOB HA OCHOBE 30JI0TA, XUMUYIECKUH COCTaB KO-
topeix cooreercTByer 'OCT 30649-99 «Cmmasbr Ha
OCHOBE 0JIarOpOMHBIX METAJIOB 0BeIupHbIe. Map-
ku». Chipbe, ocTynuBIliee Ha mepepaboTKy, comep-
JKAT u3fenus pasuoil mpobwr (375, 500, 585, 750,
958 u 999,9) u pasHbBIX MAPOK B MPOM3BOJILHBIX CO-
oTHOLIeHUAX. B mamHOII pabore paccMaTpuUBaIu
CILIABBI C cojlep:kanueM 30s0Ta ot 56,0 1o 63,0 %.

IToctymuBiee Ha TpequpUATHE CHIPHE ITOBEDP-
raercda IIPHEMHOU IIaBKe, BO BpeMsd KOTOPOH Baky-
YMHBIM CIIOCO00M OTOHPAIOT AHAIUTHIECKYIO IPO0Y.
ITocme BBIONHEHUSA TPOIEIYP, MPEAYCMOTPEHHBIX
cxeMoi Ipo600T6opa, HA PEHTreHO(IyOPECIIeHT-
HBIM aHaIW3 IMOCTYIAIT [BA CTEP/KHI TUAMETPOM

6 MM 1 giausHOH 12 — 15 mMm. MaTeHCHBHOCTH ananu-
TUYECKUX JIMHUU H3MEPST C WCIOIb30BAHHEM
peHTreHoBCcKOro crexrpomerpa Axios (PANalytical,
Hunepnauner) ¢ Mo-amomom. Ilopamox nsmepeHwuit,
YCIIOBUS BO30Y/KIEHUS U PETUCTPAIIUU PEHTTEHOB-
CKOTO cIleKTpa mpuBeneHbl B Tabn. 1. Hanpsxenue
¥ TOK He U3MEHSIH B XOJie BBIITOJHEHHUS U3MEPeHnH
B IeJIX TMPOJJIEHHUS CPOKA CIyKObI PEHTTEeHOBCKOM
Tpy6Oru. Ilpornenypy HOpPMHUPOBAHUA HHTEHCHBHO-
cTell He IPOBOJUIIN.

Bribpanubie mapaMeTpbl BBOAUIN B aBTOMATH-
YECKM BBITIOJIHAEMYI IIPOrpaMMy. SaperucTpupo-
BaHHbIE 3HAYEHUS WHTEHCUBHOCTU AHATUTHYECKUX
JIVHUH HIIEMEHTOB II0 CEeTH TiepeiaBajiu B HH(popMa-
[MMOHHYI0 CHUCTEMY AHAIUTHYECKOTO IIeHTpa IIpe-
npusarus LabWare LIMS (ma6oparopuas umdgopma-
[MOHHAS MeHeIKMeHT-cucreMa). HeobxoaumocThb
mepesadyd WHMOpPMAINKU 00YyCIOBI€HA OTCYTCTBUEM
B nporpammuom obecrneueruu (I10) mpubopa mare-
MATHYECKOTO amnmapara, COOTBETCTBYIOIIEr0 HAIIHM
paspa6orkam. BosmosxuocTs nobasnenus B 110 mpu-
6opa HOBOTO AJITOPUTMA PACUETOB HAMU HE paccMar-
puBanIach.

Otkas or wucnombsoBanus MS Excel® csasan
C TeéM, UYTO B MEPCIEKTHBE MbI IFIAHUPYyeM paboTaTh
¢ 0a30¥ JaHHBIX, cojepskaledl nH(OPMAIIUIO O He-
CKOJIBKMX COTHSIX THICAY IIPO0D.

O6cy:xaenue pe3yabTaTOB

Paspabomra memoduru. YIuThIBAS CIOKHBIA
XUMHYECKUU COCTAB aHAIM3UPYEMOro MaTepuaia u
[IAPOKUY AUAMA30H COMEPIKAHUN BXOIAIIUX B HETO
2JIEMEHTOB, B OCHOBY MeTofauku PDPA mosmoxkeHn crro-
c0o0 C MCIIOIb30BAHNEM YPABHEHHUS CBI3H KaK HAn0o-
jiee COBPEMEHHOTO IpHeMa ydeTa MesKdJIeMeHTHBIX
B3aumopericTuii [2]. B KauecTBe ypaBHEeHUA CBA3U
KCIIOIb30BAHA JIUHEHHAS perpeccus BUaA:

N
Cpu =09+ 20,1, )

n=1
rme N = |M| =8 — uwnciao s1eMeHTOB B Ipobe;

M = {Au, Cu, Ag, Zn, Ni, Pd, Pt, Cd} — muO®%ecTBO
DJIEMEHTOB, cofep:aiuxcsa B mpobe; C,, — cozmep-
JKAHHe 30JI0Ta B 1Ipobe; I, — MHTEeHCUBHOCTH aHAIU-
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THYECKOU TuHuu djaementa M B mpobe; a, u a,, — Ko-
3(ppHUIEHTHI perpeccHn.

Haunyumyro gopmy perpeccru BBIOMpAIH IBY-
MsA CII0CO0AMH: METOAOM BKJIIOUEHHS BIIUSIOIIETO
daxropa [6] 1 METOZOM OIEHKH KOPPEJIAINN HEBS-
30K C BJIUAIOIMM (PaxTopoM. B mepBoM ciyuae B
perpeccrio BEJIHOYAOT (PAKTOP, 00ECIIeYMBAIOIINI
HAWMEHBbIIIe CTAHJAPTHOE OTKJIOHEHWe S, a BO BTO-
POM — HAWJIYUIILYIO KOPPEJIAINIO C HEBI3KAMHU ',

Ha myneBom stane gys Beibopku u3 3057 mpob
ObLIH pPAcCUMTAHBI KO3 PUIINEHTHI YPABHEHUS JIH-
HEWHON 3aBHCHUMOCTH COJEp:KaHHA 30JI0Ta OT HH-
TEHCUBHOCTH €T0 aHATUTHYECKON JINHUMN:

CAu = Q + aAuIAu. (2)

Takum 06pasoM, ¢ ITOMOIIBIO PopMyJIbI (2) mJIst
KaKIOM TpPoObl W3 BHIOOPKH OBLIM pPaCCYUTAHBI
conepwanus szomota — CL°”, a Takke sHadeHHA
HeBA30K Kak pasHocTb Cy, —CR, tme Cp, — co-
Iep:KaHue 30JI0Ta, MMOJIyYEHHOe KJIACCHIECKUM IIPO-
OWpPHBIM METOIOM. 3aTeM /i ypaBHeHusa (2) pac-
CUMTAN CTAHAAPTHOE OTKJIOHEHWE S, XapaKTepH-
3yIOIIee PACXOKIEHNEe MEKIY Pes3yIbTaToM IPo6Hp-
HOTO aHA/IN3a U PACCYUTAHHBIM pesyabraroM PPA.
3Hauenne S, MO3BOJSIONIEE OIEHUTHh BIIHSIHHE XU-
MHYECKOro cocraBa Ha pesyiabrar PPA, oxasamoch
paBubM 0,507 %.

Ha nmepBom srane k ypaBHeHwuio (2) 6611 106aB-
JIeH TPEeTHUH 4JIeH, aply,, TIOCTE Yero CHOBA Paccyu-
TaJad KOd(PUIMEHTHhI U OIEHWIH CTAHIAPTHOE OT-
KIoHeHme. B omuchiBaeMOM ciiydae 3HaueHHe
0,422 % (Tabm. 2, BepxHAa cTpoka srana 1, Ag). lla-
J7iee K ypaBHEHHMIO (2) BMeCTO a,l,, MobaBnamu cia-
raemoe ¢, lc, U yiKe IS 9TOTO YPABHEHUS OIeHUIN
S = 0,471 % (cm. Tabim. 2, sram 1, Cu). Iloce mpose-
nmenus pacueroB miag Zn, Ni, Pd, Pt u Cd 6611 mosy-
YeH paAj 3HAYeHUH S, M3 KOTOPHIX OBLIO BBHIOPAHO
vuanManbaoe — 0,422 %, npuHagmexamnee gaxkTo-
py Iag 49TO m oTpaxkeHo B Tabn. 2 B cronbue «Pe-
3yJIbTaT» B BEpXHEH cTpoke aramna 1 (+Ag). Haumyu-

e perpeccued, MOJLYYeHHOM MeTOJO0M BKIIIOUe-
HUH, B 9TOM CJ[ydae CIUTAETCA PErpeccus:

Cau = ag + apuday + aaglag 3)

Ina peanusaniuu MeTORa OIEHKW KOPPEIAIHE
PACCYUTHIBAIN KOPPEIAIUM HEBA30K, IIOJyIeH-
HBIX HA HYJIEBOM JTalle s 3aBucumocTu (2), 1mo-
IMapHO C BIUAOIIUM (PaKTOPOM, HAIIpPHUMEp, Koppe-
NAUMA A Tapbl (HeBA3KH) Iy, KOppenanusa s
napst (HeBsa3ku) I, u T.4. (cM. Tabm. 2, stan 1, HUX-
Hssg cTpoka). [l mosryyeHusa BHIBOJA O HAWIYYIIIEH
perpeccuu BbIOMpaNM Mapy C¢ HAKOOIBITAM KO3(-
¢unmrentom kKoppensuuu r*. B paccmarpuBaemom
cydae Takod mapoi apiserca mapa (HeBA3KH) Iy,
YTO OTpa:KeHo B Tabj. 2 B HUIKHEH CTPOKe sTamna 1 B
cronbie «Pesynbrar» (+Ag) u moaTBEp:KIAET BBI-
BOJI 0 HAWJIyYIleH perpeccuu (3), IOIyIeHHOH MeTO-
JIOM BKJIIOYEHUH.

Ha BropoMm sramne k BbipaeHuo (3) mooduepestHo
n00aBIAIN BCe (PAKTOPHI, KPOME TeX, KOTOPBIE YiKe
MPUCYTCTBYIOT B ypaBHEHUM perpeccuu (cM. Tabi. 2,
BepxHsd cTpoka srama 2). [Ipu pacuere Koadpriiu-
€HTOB KOPPEeJAINH UCIOJb3YIOT HEBA3KH, IOIyUeH-
HbIE JIJI HAWIY4Illed Perpeccuul MpeabIayIIero 3ra-
ma, T.e. perpeccun (3). Paccunranuvie Koadpduiiu-
eHTHI Koppensanuu (cM. Tabi. 2, HIKHAS CTPOKA dTa-
1a 2) MO3BOJIAOT MOIYIUTh TOT Ke PesyabTaT, 4T0 U
MeTO/, BKIIOUEHUH:

Cau = ag + apulay + aaglag + aznlzy. 4)

Pacuers! ams mocienyronux STAIOB BBIIOIHE-
HbBI aHAJIOTUIHO OMUCAHHBIM (CM. TabiI. 2).

HecoBnanenue mopaaka moCTPOEHUA PETPECCUU
mocae srama 6 MOMKHO OOBACHUTH OMIMOKOM cuera
U WHTEHCUBHOCTEH JMHWHU IJIATHHBI U KaJIMusi,
IMOCKOJBKY Oosiee yem B 90 % mpob miaaTuHa U Kaj-
MHU OTCYTCTBYIOT, TaK KaK M3 27 MapoK CIIJIaBOB,
ykazauubix B 'OCT 30649-99, miatuny comep:xar
U3JeIUus TOJBKO OTHOM MapKH, a KagMHUH — IBYX
Mapok cmiaBoB. CMennBaHue MPUHATHIX y Hacee-
HUA U3IEIUH PasHBbIX MAPOK CHIKAET COMepsKaHue

Ta6auua 1. YcnoBus perucrpaiiuu U Bo30y:KIeHusI PEHTIeHOBCKOTO CIIeKTpa

Table 1. X-ray spectrum registration and excitation conditions

Ananmutnueckas Hanpsxe-

Konnumarop,

J— Yroxn 26, ° mme, kB Tox, MA Kpucramn u IlerexTop PHD1 LL PHD1 UL
CuK,- 45,0092 60 60 LiF 200 100 HiperScint 20 80
7nK - 41,7706 60 60 LiF 200 100 HiperScint 20 80
PdK,- 16,7038 60 60 LiF 200 100 HiperScint 26 73
AgK - 15,9570 60 60 LiF 200 100 HiperScint 25 75
AuL - 36,9546 60 60 LiF 200 100 HiperScint 20 76
PtL - 38,0350 60 60 LiF 200 100 HiperScint 21 76
NiK - 48,6730 60 60 LiF 200 100 HiperScint 20 80
CuK,- 15,2378 60 60 LiF 200 100 HiperScint 31 67
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9THX DJIEMEHTOB B KOHEYHOM MaTepHaje, 4T0 YMEHb-
maer Biausaue Pt mw Cd ma TouHOoCTBH pesynbrara
aHamu3a. B COOTBETCTBUHU C 9THM MOKHO IIPHUHATH,
YTO pacCYUTAHHbBIE HA drare 6 sHaueHus S u r* 00b-
€KTUBHO HE OTPAKAIOT CTEleHb BIUSIHUSA IJIATHHBI
¥ KamMWSI HAa Pe3yJbTaT PEHTTeHO(IYOPECIIEHTHOTO
OIpefeNeHus 30JI0Ta, MOTOMY OBLIO PEIIeHO IIPOo-
OblI, MJIsI KOTOPBIX MHTEHCHBHOCTDb JUHHUU ILJIATHHBI
WM KaaMUs IIPEBbIIIAeT OIpejelleHHOe 3HAYeHHe,
HAIIPaBJIATh HA IPOOMPHOE OmpereaeHne 30JI0Ta, a
M3 PAAA BIUAONINX 3JIEMEeHTOB B Mogenu (1) uckiro-
YWTH IJIATHHY U Kagmuii. Torga BeIOpanHoOe ypaBHe-
HUFE CBS3H IPUHSJIO CIEAYIOIINI BULI:

Cau = ag + applpy + apglag +
+ aculcu + aznlzn + anilni + apalpg. 6))

BcenencrBue Toro, uTo mocTtymnaroIue Ha mepepa-
00TKy MaTepuasibl IOJyYeHBI CMEITHBAHHEM IOBe-
JIUPHBIX CILNIABOB PAa3/JIUYHBIX MAapoK, HAWUTHU OIITHU-
MAaJIBHBIH KOMILIEKT TPAIyUPOBOYHBIX 00PA3IIOB I
pacuera K03 QuIeHTOB ypaBHeHus:a (5) saTpynHu-
tenbHO. [ToaToMy mH(OpManmio 060 Bcex aHATU3H-
pyembIx mpobax (Homep mpoO6EbI, comep:KaHue 30I0Ta
U WHTEHCHUBHOCTH PEHTreHOBCKOI'O HU3JIyYE€HHUd aJIe-
MEHTOB, BXOJAIINX B €€ COCTaB) COXpaHAIHN B 6asze
manaeix (Bl). 3omoro ompenensnu mpoOHPHBIM
MeTomoM aHanusa ¢ morperrnHocteio 0,09 % abe. BO
BCEM [Malla3oHe COJIep:KaHuM; WHTEHCUBHOCTHU
PEHTTEHOBCKOTO H3IyYEeHUS H3MEPSIA C HUCIOIb30-
BaHUEM crekTpoMerpa Axios (OTHOCHTENIBHOE Cpef-
HexBaaparudeckoe orkionenne (CKO) BbIxomHOrO
curHana He npesbimaer 1 %). Hecmorpa Ha HU3KOE

Ta6auna 2. Jransl COCTABIEHUA PETPECCHOHHOI0 YPABHEHU

Table 2. Steps of forming the regression equation

sgadenre CKO BBIXOZHOrO curHAIa exeMecIdHO
MPOBOAT CIeruaibHyio mpoueaypy (know how)
yduera CTa0WIBHOCTH WHTEHCHBHOCTEH, KOTOpasd
[M03BOJISET CKOPPEKTHPOBATH BCE PAHee 3aPEerucTpH-
pOBaHHbBIE MHTEHCUBHOCTH B COOTBETCTBHH C KCIIE-
PUMEHTAIBHBIMU YCAOBUAMM HA HACTOAIIWH MO-
menT. IlepecunThiBaeMble TAKMM 00pasoM XpaHsi-
mueca B Bl MHTEHCHBHOCTH MOTYT OBITH KCIIOJb-
30BAaHbl B TEUYEHHE IIPOIOJLKUTEIBHOIO BpPEMEHH.
B cBsa3u ¢ Tem, yT0o MaTepuan mpoObl HE XPAHUTCI U
repenaercsa B mepepaboTKy, Ha30BeM HH(OPMAITUIO
o mpobe, xparsyiocsa B Bl, BupryanbubiM rpagyu-
poBounbM o6pasimom — BI'O.

Jna m3MepeHHON WHTEHCUBHOCTH W3IyJEeHUA
2JIeMEHTA aHATU3UPYEeMOM IPOo0bI, HAIIPHUMED, 30J10-
ta, u3 B]] Beoupator te BI'O, mist KoTopbix sHAYe-
HUsA [, OTIUYIAIOTCT OT U3MEPEHHOT0 HA BEIUIUHY
+AA paspiBaeMyio uabTpoM. B mpomeskyTounoiM
Marpuie nocie mpocmorpa Beerr Bl ocranyTcs Te
BI'O, pyist KOTOPBIX MHTEHCUBHOCTHY MIOMAAI0T B UH-
repBa1 ot I, — A no I,, + AA". Ha crenymomem
aTame CPaBHUBAIOT WHTEHCUBHOCTDH JIMHWU, HAIIPH-
Mep, cepebpa, ¢ HHTEHCHBHOCTHIO STOH :Ke JIMHUH,
HO yie s BI'O u3 mpomeskyTo4HOM MaTPHUITLI B CO-
OTBETCTBHHM CO «CBOMM» (PHIABTPOM, 00pasys cie-
OYIOIIYI0 IIpoMexyTouHylo Marpuiy. KoHeunas
MaTpHUIla ABIAETCA UTOTOM OTPAOOTKM BCEX (DUIb-
TPOB M, KpOMe HHTEHCHBHOCTEH, COIEP:KUT CTOIOEI]
C COZlep:KaHUSIMHU 30JI0TA, OIpPeIeIeHHbIMH IIPOOHUp-
HBIM METOOM. 3aMeTHM, UTO HOPAAOK IPUMEHEHU
(puIBTPOB COOTBETCTBYET MOPSAAKY BEIOUYEHUS dJIe-
MEHTa B PErPECCHOHHYIO 3aBHCHMOCTH, OIHCAHHYIO

Biusirouin daxrop

Houep Kpurepuit Pesyabrar
JTana Ag Cu Zn Ni Pd Pt Cd
1 S 0,422 0,471 0,484 0,477 0,491 0,493 0,488 +Ag
r* 0,264 0,109 -0,166 -0,136 0,116 -0,001 -0,004 +Ag
2 S 0,397 0,424 0,419 0,431 0,433 0,437 +Cu
r* 0,307 -0,109 -0,084 0,096 -0,002 —0,042 +Cu
3 - 0,344 0,374 0,366 0,381 0,386 +7Zn
r# 0,236 0,200 0,176 0,047 -0,009 +7Zn
4 S 0,293 0,312 0,319 0,318 +Ni
r* 0,145 0,128 0,008 0,013 +Ni
5 S 0,252 0,274 0,275 +Pd
r# -0,117 0,007 0,008 +Pd
6 S 0,223 0,230 +Pt
r* 0,015 0,021 +Cd
I, TBIC. HIMIL 40 450 30 20 2,1 1,3 1,4
S % 0,50 0,15 0,58 0,71 2,18 2,77 2,67

cyera’

IIpumeuanne: qna ypasuenus Cy, = ay + a4, S = 0,507.
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Distribution of gold content and gold line intensity in the samples

dopmyioii (5), a mpocmorp BJl maumHaercs ot 1o-
ClleHeH 0 BpeMeH! IIPOaHATN3HPOBAHHOM IPOOHL.

CymiecTByeT anbTepHATHBHBIN crtocobd dopmu-
poBaHUS KOHEYHOW MATPHIIBL: I paccMaTpuBae-
Mmoit mpo6st u3 BJ BeiOuparoT mamHbBIE C IpUMeHe-
HHEM BceX (PUIBTPOB OJHOBPEMEHHO, T.e. MPo0y U3
HAKOIUIEHHOTO Habopa CTaTHCTHYECKUX [aHHBIX
BKJIIOYAIOT B KOHEYHYIO MATPHUILY IIPH YCIOBUU COOT-
BeTCTBUsA BceM (punbrpaMm. KoHeuHbe MATPHIIBL, T10-
JIy9eHHbIe 000MMH CII0COOaMU, UIEHTHIHbL.

3aMeTuM, YTO THEPBBIM CIIOCOO ITOIyYeHUs KO-
HEYHOH MATPHIbl MO3BOJIAET OIEHUTH d(PPeKTHB-
HOCTBb PaboThI (PHIBTPA HA KAMKIOM dTaIle U IIyTeM
usMeHenus Benuuunbl Al (1 =1, N, N = |M| =6,
M — MHOKECTBO 3JIEMEHTOB, YJACTBYIOIIUX B Per-
peccur) HaAUTH ONTHMAJIbHYI0 BBIOOPKY. Bribopra
CUMTAETCA ONTUMAIbHOM, KOTJA OHA COJEPIKUT MAaK-
CHUMAaJIbHOE YUCIO CTPOK C MHTEHCUBHOCTAMHU, OJIM3-
KHUMHU K TOJYyYEeHHBIM JJIS TEeKyIled mpoObl MPH MHU-
HUMAaJIbHBIX 3HAYeHuAX GuiabTpos (AY). Bropoi cmo-
co6 ¢opMUpOBaHUA KOHEYHOM MATPHUIIBI BO3MOK-
HOCTH TaKOH OIEHKH 3(P(EKTHBHOCTH (PHUILTPOB
He IPEeIOoCTABJIAET, HO €ro BBIIOJHEHNEe 3aHUMAaeT
3HAYUTEIHLHO MEHBIIIE KOMITHIOTEPHOTO BpPEMEHH.
IlosToMy 1epBBIH CIIOCOO IIOCTPOEHHS KOHEYHOM
MATPHUIIEI 11e1ec000Pa3HO MPUMEHSATh IPU IIPOBee-
HUU HCCIeNOBaHUM, a BTOPOM — IIPU BBINOJHEHUHN
aHa/IM3a Ha IPOU3BOJICTBE, KOTJA BCE MapaMeTphl, B
TOM 4YHCIIe U (DUIBTPHL, yiKe T0J00paHbL.

Ilonyuennas BbIOOpKA (KOHEYHAS MAaTPHIA)
TIpeCTaBIaAeT co00M CHCTEeMy JHHEHHBIX ypaBHe-
HUM, KOPHAMH KOTOPBIX SBIISAIOTCI KOA(QUITHEHTHI
sapucumoctu (5). Ilocie BbIONHEHHS HEOOXOmH-
MBIX MIPOIEAYP C MaTpuied (TpaHCIOHWPOBAaHHUE,

MOJIyyeHre KBaapaTHON MaTPHIlbI, (DOPMHUPOBAHIE
cTonb11a cBOOOAHBIX UIeHOB [ 7]), pacuer kosdduriu-
€HTOB IIPOBOAUJIN C IIPUMEHEHHuEeM OHpeI[eJII/ITeJIefI,
tak kKak B MS Excel pacuer ompenenurens serko-
IOCTYIIEH.

3arem coraacHo opmyie (5) pacCauTaHHBIE KO-
2(p(pUITHEHTHI YMHOKAIOT HA COOTBETCTBYIOIIAE WH-
TEHCHBHOCTH U CKJIAIbIBAIOT, YTO MO3BOJISET IIOJIy-
YUTH 3HAYEHWE COMEPIKAHUS 30JI0TA B AHAIM3UPYe-
Moii mipobe.

s cnemyrorreit mpobbl ¢ HAG0POM U3MEPEHHBIX
MHTEHCUBHOCTEH TaK ke (DOPMUPYIOT MATPHILY CTa-
THCTUYECKHUX AaHHbIX u3 B, mo KoTopo# BbIYMCIIS-
0T KO3()(PUIIMEHThl PErpecCHOHHOr0 yPABHEHWS,
a 3aTeM PacCYUTHIBAIOT cojepskanue 30yi0ta. Vcmbi-
TaHUI TAHHOT'O ajaropurMa 6]:IJII/I IIPOBEJIEHBbI C HC-
nors3oBanueM maccua u3 300 mpob. I[lomyuenusie
Ppe3yabTaThl MOKa3aIH, YTO JJII P00, COMEPIKAIIUX
56 — 58 % 3omora, HaAOIIOLAETCA CHCTEMATHYECKOE
3aBbIllieHne pesyabraTa a"Hamusa Ha 0,02 — 0,03 %,
a ama comepsxkamux 59 — 62 % 3oy0Ta — cucTeMaTH-
YecKoe 3aHMKEHMe pe3yIbTara Ha TO jKe 3HAYeHHe.
B gmamasone copep:xammii 307m0Ta oT 58 mo 59 %
CHCTEMATHYECKUX PACXOKIEHUH He HAOI01aeTcs.

Il BBIABIEHUS TIPUYNH TAKUX PACXOMKIECHUH C
ucrosb3oBanueM naHgopmamnuu us BJl usyuwiu pac-
MIpEeIeNIeHNs COIePIKAHMH 30/10Ta U MHTEHCUBHOCTEH
JIMHWY 30JI0TA B aHATU3UPYEMBbIX IPpo0ax (PUCYHOK).

Pacnpenenenue comepskanuii 3010Ta YKA3bIBAET
Ha TO, YTO 3HAYUTEIbHAS 4acTh P00 OJM3KA K CIuIa-
By 585-11 pob®I, a B Auanas3ox ot 56 10 64 % Au 1o-
magaer 89,33 % wu3 Bcex IOCTYIMAIOIIUX IIPOO.
IlomoxuTenbHas acUMMETPUS pacIpeneIeHus 00y-
cloBIeHA OOIBINEH f0oIeld B MaTepraie I0BEeIHPHBIX
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usgenaui u3 cruraBa 750-i mpoOBI MO0 CPABHEHUIO C
usgenuamMu 375-i npobsl. Bung pacupenenenus wuH-
TEHCUBHOCTH JIMHUU 30JI0TA AHAJOTHYEH, €ro Mak-
CHUMYM COOTBETCTBYET IIP0O6aM ¢ COIep:KaHueM 3010~
Ta 58 — 59 %.

Menee BhIpasKeHHBIH MaKCHMyM pacipesese-
HHUS WHTEHCUBHOCTH 10 CPAaBHEHUIO C pacIpefele-
HUEM COJIeP/KaHUA 30JI0Ta OOBSICHAETCS BIUSIHUEM
XUMHYECKOT0 coCTaBa Mpobbl HA MHTEHCUBHOCTD JIU-
HUHU 30710Ta. JPPEKTHI JOMOTHUTEIHHOTO BO30Y:K-
OEeHUsI NN IIOIVIOIIEeHHdA, HaIIPpAMYI0 CBA3aHHBbIE C
COZIEpKaHNEM TOTO MM WHOTO DIIEMEHTA, TIPUBOISAT
K YBEIWYEHUIO WIH CHIKEHUI0 MHTEHCUBHOCTH JIH-
HHUHU 30J10Ta, YTO OOYyCIOBIWBAET «Pa3MbIBAHUE»
MaKCHMyMa pacipesieieHus.

Paccmorpum mpoby ¢ MHTEHCHBHOCTBHIO JITHHUH
somora 370 teic. umir/c (keps), KoTopas COOTBETCT-
ByeT coaep:kaHuio zomora 58,5 %. Buecem B prucy-
HOK (i)I/IJIpr II0 UHTEHCUBHOCTHY JIMHWHU 30J10Ta, paB-
HbIH +10. Y4acTOK 10]] KPUBOH pacIlpe/ielleHus HH-
TEHCUBHOCTH, IUIOIIAh KOTOPOTO XapaKTepusyeT
KOJIMYECTBO BbIOpaHHBIX n3 0asbl manHbix BI'O mis
dopMupOBaHUA KOHEYHOU MATPHUIBI, COCTOUT W3
IIByX PaBHBIX CHMMETPHYHBIX YacTeit 1 u 2 (cMm. pu-
CYHOK), IIOBTOMY MOKHO YTBEPIKAATD, UTO

370 380
[fdr = [ Fdr.
360 370

CpenHsii WHTEHCHBHOCTb JIMHHWH 30JI0Ta, OIpee-
JIeHHAS W3 KOHEYHOM MATPHIIHI, OyAeT MPaKTHIeCKH
COBITAZATH C MHTEHCHUBHOCTBIO JINHUHU B IIpobe.

Jls cpaBHEHUS pacCMOTPUM POy C HHTEHCHB-
HOCTBIO JuHUHU 30j10Ta 400 ThIC. UMII/C, HAXOIAIIEH-
cAd Ha IIpaBOM HUCXOJAIEeN BeTBU paclipeleeHHUd.
O6osuaunm 1udpamu 3 U 4 IUIOMIAAN OJ KPHUBOM
pacrpeneieHuss WHTEHCHBHOCTH B HHTEpBaIaX
390 — 400 u 400 — 410 ThIC. UMII/C COOTBETCTBEHHO.
OueBugHO, YTO

400 410
[fndr > [ far.
390 400

B pesyabrare nmpuMeHeHHS CUMMETPHYIHOTO (PHIIBT-
pa cpefHAs UHTEHCUBHOCTH JIUHHUU 30JI0TA B KOHEU-
HOM MaTpHUIle PACXOMUTCA CO 3HAYEHWEM WHTEH-
CHBHOCTH JIMHHHK 30Ji0Ta B 1pobe HA 4 — 7 % OTH.,
TIPUBO/A K 3aHUKEHUIO €T0 COIEPKAHUA B UTOTOBOM
pesyabrare.

AHasmoruuubp! paccy:KaeHus U I IPoObI C HH-
TEHCUBHOCTBIO JIMHUU 30510Ta 340 ThIC. MMII/C, TIPH
9TOM pe3ynbTaT aHaiduda Oyaer saBbimieH. J[is
WCKJIIOUeHUA «CTATHUBAHUS» pe3ylbTara aHaIusa
B CTOpOHy 3HadeHus 58,5 % Au HeoOXOZHUMO IIpH-
MEHATh ACUMMETPUYHBIH (QUIBTP, T.e. 3HAUYEHUE
dbunbTpa A’ CTAHOBUTCA PA3THIHBIM (A"1 u Ai2) TSt
BBIUUTAHUA U CIOKEHUS IPH HAXOKICHUN HIKHEH

¥ BEepXHEH TPaHUI] COOTBETCTBEHHO IPH (PUILTPA-
[IMU WHTEHCUBHOCTEH 13 0a3bl JaHHBIX I POPMH-
pOBaHUA KOHEYHOH MATPHIIHL.

Kpurepuem HaxomeHus ONTUMAIBHOTO (PUIIb-
Tpa SBISETCS PABEHCTBO OIpEJeTeHHbIX HHTe-
TpaJios:

IAu IAu +Ai2
[fmdr = [fmadr,
IAu 7Ai1 IAu
raoe I Au — H3MepeHHasd MHTEHCUBHOCTHb JIMHUU 30-

JoTa; Ail, Ai2 — (uabTPHI HUIKHEH ¥ BepXHEH rpa-
HHII TAANAa30Ha HHTEHCUBHOCTEH I BbhIOOpa IIpod
COOTBETCTBEHHO.

B ommceiBaemMoMm ciyuae mepBOHAYANIBHO ObLIa
YCTAHOBJIEHA AalMMPOKCUMAIMOHHAS 3aBUCUMOCTH
f(I) B Bume crenennoro moauaoma [8]. Ilisa uurerpu-
pOBaHMS C IIAaroM 1 THIC. UMII/C HUCIOJIb30BATH Me-
Tox Tpamenwi [8], cunTas ero TOYHOCTH JOCTATOY-
HOM JJId JaHHOH 3a7a4n. O(PQPEeKTHBHOCTD IIPUMEHEe-
HHUS HECHMMETPHUYHBIX (PUIBTPOB OIEHUIU C HC-
MMOJIb30BAHMEM TECTOBOM BBIGOPKU u3 374 mpob: B
161 mpobe cojep:xaHue 30J0TA COCTABILIO MeHee
58,5 %, a B 213 mpobax — IMPEBBIIIATIO0 9TO 3HAUYE-
uue. J[1a kamoi mpobbl OBLIO PACCUHUTAHO COMIEp-
sKaHUe 30JI0Ta CHAYANIa C IPUMEHEHUEM CHMMEeTPUY-
HOTO (pUIbTPa (Cl‘fflM ), @ 3aTeM — aCUMMETPHYHOTO
dunsrpa (C3™). Pesymprarsl comocrasieHus co-
IEPIKAHUN 30JI0Ta, PACCYUTAHHBIX C UCIIOJIb30BAHU-
eM CHMMETPUYHOTO ¥ ACHUMMETPUYHOTO (PHUIBTPOB,
MpUBeNeHsI B Tab. 3.

I pyrum crioco6oM MpubIU3UTh CPEIHIO HHTEH-
CHUBHOCTH JIMHHUH 30JI0TA, OIPEIEIeHHY0 U3 KOHEeY-
HOH MAaTpHIbI, K ee 3HAYEHWIO B aHATU3UPYEMOU
rnpobe SABIASETCS MpPHUMEHeHHe 0ojiee Y3KUX (PHIIb-
TpoB. Pacuersl ¢ mpuMeHeHHEM Y3KUX CHMMETPHU-
HBIX (PHIBTPOB OBLIH MPOBEIEHBI C HCIIOIb30BAHU-
€M TOl jKe TeCTOBOU BhIOOpPKHU u3 374 mpob. Pesynn-
TaThl CPAaBHEHHUS COMEPIKAHUM 30JI0TA, PACCUMTAH-
HBIX ¢ TpUMeHeHueM y3koro (C ) ¥ ITMPOKOTO CUM-
METPUYHBIX (PUABTPOB, TAKKE IIPUBEIEHBI B
Tabsm. 3.

W3 pmammpix Tabm. 3 BHUAHO, YTO MPHUMEHEHHE
ACHMMETPUYIHOTO (PUIBTPA IIO3BOJIAET HCKIIOYUTD
BIIMSHUE HEOTHOPOIHOTO pacIpemeleHus OIpee-
JIAEMOTO 3JIEMEHTa B BUPTYAJIbHBIX TPaAyHAPOBOU-
HBIX 00pasIax, OJHAKO U Y3KHUU CHUMMETPHUYHBIN
(puabTP TakKe MO3BOJAET YyIECTh HEOIHOPOIHOCTD
pacmpenenenus 3050Ta B 6ase qanubix. Ciaemxyer or-
METUTh, YTO IPHMEHEHWE Y3KHX CHMMETPHYHBIX
uabTpPOB, 6yMydH IeTKOpeaaIn3yeMbIM, UMeeT Orpa-
HUYEHUE: XOTS Cy:KeHue (PUIbTPOB IO3BOJISAET BBI-
6parpb u3 BJ[ BI'O, makcumanbsHO 6IHU3KHE 110 XUMHU-
YeCKOMY COCTaBY K aHAIM3UPyeMOH IIpobe, OHO 3Ha-
YUTEIBHO YMEHBINIAeT 00beM KOHEUYHON MAaTPHIIHI.
ITosTomy yskme UIBTPHI PEKOMEHAYETCS IpHUMe-
HATh [IPU 3HAYUTEITHHOM 00beMe HAKOILJIEHHBIX CTa-
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THUCTHYECKHUX JAHHBIX (KAK IIOKA3bIBAET IIPAKTHUKA,
He MeHee 4 — 5 teicsau BI'O).

Bredperue paspabomarnrotii memoduru. B mpo-
Iecce BHEIPEHUS METOMUKN ObLIN BBISBJIEHBI COOH
pacueTHO#H MPOrpaMMbl, KOTOPhIE B OCHOBHOM CBsI3a-
HbI C IIpo0amMu, XMMHYECKHH COCTAB KOTOPBIX IIO
PasIWYHBIM IPUIHHAM HE COOTBETCTByeT TpeboBa-
auam ['OCT 30649-99. I Trakux mpob mporpamma
He mo:ker Haiitu B BJl Heobxommmoe A pacuera
K02 puIeHTOB KoamdyecTBO aHamorudubix BI'O u
chopMUpPOBATH KOHEUHYIO MATPHILY.

C6ou B 1a6opaTopHOI HHPOPMAIIMOHHOH cHuCTe-
Me HEeJOIyCTHUMBI, TIOCKOJIbKY BpeMs Ha BOCCTAHOB-
JieHre PabO0TOCIIOCOOHOCTH IIOC/IE HX BO3HUKHO-
BEHUA SABJIAETCId KPUTHIHBIM JJIs PAO0ThI aHAIUTH-
geckoro 1eHTpa. CyiecTByeT MHOMKECTBO IIOJXOI0B
K TIOBBIIIEHUIO HAEIKHOCTH IIPOTPAMMHOT0 obecre-
gyerusa [9 - 11]: oguum w3 Hambojee IOMYJIAPHBIX
¥ XOpoIIo cebd 3apeKOMEHIOBABIINX U3 HUX SIBIA-
eTcAd IPUMEHEHNEe METOIO0IOTUH MYJIbTHBEPCUOHHO-
ro nporpammupoBanua (MBII). lanunas meromgoso-
IHUs IPEANoIaraeT, YT0 KaK/Ibli MPOTrPaMMHBIH MO-
nynb (crpykrypHas eguuuna 110, pemratomnaa oguy
3a7a4y) COCTOUT W3 HECKOJIbKUX (HEe MeHee Tpex)
(QYHKITMOHAIBPHO DKBHUBAJEHTHBIX BEPCHH, WMe-
IOIUX Pa3IMdusa B CBOEU peanusanuu (T.e. BEPCUU
IOKHBI OBITH auBepcuduimpoBansl). [losromy
B MYJIBTHBEPCHOHHOU TIPOTPAMMHOM cucreMe c6Hoi
B paboTe OHOH BepCcUU He IIPHBOJAUT K IIOTEPe pabo-
TococobHocTr Bcell cucrembl [12]. Ilpumenenue
MYJIBTHBEPCHOHHOTO IPOTPAMMHOTO 00eCIeYeHus
(MBIIO) memnecoobpasso mjis pelleHus IOCTABJIEH-
HOHM 3a/iauu, MOCKOJBKY AJIA PEIleHUud CHUCTEM JIH-
HEWHbIX YpaBHEHUU pa3HbIX BUOB HCIOIbL3YIOT
PpasIUYHBIE AJITOPUTMBI.

Hdmna dopMupoBaHuA ONTUMAIHLHOTO COCTABA
BEPCHUH IIPOTPAaMMHOTO MOJYJIA PELIeHUd CUCTEMBI
JUHEHHBbIX asreOpamyecknx ypasHenuid (CJIAY)

OPUMEHWIN KOMIIEHCAIIMOHHYI0 MHOTOATPHUOYTUB-
HYI0 MOJIeIb BbIOOpa onTuManbHoro cocrasa MBITO
[13]. Takum ob6pasom, GBLI OIpPEIEIeH COCTAB BeEp-
CH# MOJIyJIs, KOTOPBIN BKJIIOYAET B ceOs YeThIpe Bep-
CHH, pellalie CUCTEeMY JUHEHHBIX YPABHEHHH C
[IOMOII[I0 PA3IUIHBIX AArOpuTMOB. [ mMOBBIIIE-
HUS HAIEKHOCTH I Pealn3al[ii BCeX BEPCHUU HC-
[IOJIb30BAJIA PA3JUYHBIE CPEACTBA U S3BIKHA IIPO-
rpammupoBanus [13]. 9To oKaszamoch BO3MOKHBIM,
IIOCKOJIBKY J1abopaTopHas HH(POPMAI[HOHHAS CHUCTe-
Ma MMeeT BCTPOEHHBIA CTAHJAPTHBIN (PYHKIIMOHAI
IIJIST MHTETPAIINHU B CBOIO CTPYKTYPY CTOPOHHUX IIPO-
rPaMMHBIX MOJYJIEH.

B urore ma 6ase nabopaTopHOi MH(OPMALIUOH-
HOU CHCTEMBI aHAIMTHYECKOro IeHTpa Kpaciserme-
Ta ObLIa PeaJn30BaHa MHUHHATIOPHAA Cpega HCIIOJI-
HEHUA MYJIHTUBEPCHOHHOTO IIPOTPAMMHOTO obec-
[eYeHns, KOTOpas II03BOJIMIA YIIPABIATH PabOTOMH
Bepcui monyna pemenns CJIAY. lna onpenenenns
HUTOTOBOTO OTBETAQ, KOTOprﬁ BbIZaeTCad MOAYyJIeM,
ObLI pealn30BaH AJTOPUTM TOJOCOBAHHUS COIJIACO-
BaHHBIM OosbinmacTBOM [14]. B ciyuae, korma mep-
BbI€ IB€ BEPCHUHU BbLJAAJTHU OJJUH pPe3yabTarT, a BTOPbIE
IBe — IPYTOi, HTOTOBOE 3HAYEHHE, BBIAABAEMOe MO-
oyJieM KAk pelleHre, He BBIOMpaeTCd CIydaldHbIM
obpasom, Kak omrcaHo B pabore [14], a onpemenser-
¢ IIyTeM HAaXOKICHHUS MEpPbl PA3Indus MEKIY Bep-
CUSIMHU KaKIOM TPyIINbl Ha YPOBHE aaropuTMOB [15]
M SI3BIKOB IIPOTPAMMHPOBAHHUA (IJIA DTOTO SA3BIKK
MPOTPAMMHUPOBAHUA, HA KOTOPBIX PealIN30BaHbI
BepCUH, CPABHUBAIOT 10 HAOOPY IIPU3HAKOB, HAIIPH-
Mep, TUOM3aIus, mapagurMbl u ap.) [16]. Takum
ob6pas3oM, BIOpAHHOE pellleHrne — 3TO 3HAYEeHHEe TOH
IPYIIIBI BEPCUH, OTIUUKE MEKIY KOTOPBIMU SBIIAET-
cs1 HAWOOJIBIIMM, YTO IIOBBIIIAET HAJEKHOCTh IIPO-
rPaMMHOI CHCTEMBI B IIEJIOM.

Opua w3 Bepcuit moayisa pemenus CJIAY 6buia
peanuszoBaHa Ha 6ase yabopaTOPHOM HMHMOPMALH-

Taﬁ.nnna 3. PeSyJIbTaTbI pacuera cogepiraHud 30J10Ta C UCIIOJIb30OBaHUEM PA3/IMIHBIX (bI/I.TIprOB

Table 3. Results of gold content calculation using different kinds of filters

CHUMMeTPHUYHBIH U AaCHMMETPUYHBIH (PUIBTPHI

CHUMMeTPUYHBIA U CUMMETPUYHBIA Y3KUN (DHIBTPHI

Conepsxanue 3omora menee 58,5 % Copep:xanue 3omota 6osee 58,5 % Copepsxanue 3omora menee 58,5 % Copnepsxanue 3omora 6oee 58,5 %

Cieme — Cgime Yuco npob Cieme — Cgime Yucmo npob CYg - Cgma Yucmo npob CYg - Cgma Yuco npob
-0,05 3 -0,03 4 -0,04 8 -0,02 3
-0,04 7 -0,01 9 -0,03 38 -0,01 10
-0,03 35 0,00 14 -0,02 81 0 16
-0,02 78 +0,01 24 -0,01 14 0,01 21
-0,01 16 +0,02 101 0 10 0,02 107

0,00 15 +0,03 51 0,01 7 0,03 48
+0,01 5 +0,04 7 0,03 3 0,04 6
+0,02 +0,05 3 0,05 2

CpenHeBsBenIeHHAA PasHOCTH
-0,018 +0,018 -0,019 +0,019
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OHHOM CHCTEMBI C WCIIOIH30BAHWEM BHYTPEHHETO
sa3bIKa nporpamvupoBanusa cucrembl (LIMS Basic),
a TpU Jpyrue — MPEJCTABIEHbI B BUIE OTIEIHHBIX
Moxyeir u uHTerpupoBanbl B LIMS. {sbiku pea-
JU3aIUKM OocTaBImuxca Tpex Bepcuit: SQL, C# u
Python.

Ins pemenns CJIAY B Bepcusix ObLIH peanso-
BaHBI caeyomue anroputmsbl: metor ['aycca (LIMS
Basic) [17], merox I'aycca — Kopmana (SQL), mar-
puunbiii meron (C#) [18]. Bepcus :xe Ha sA3bIKe
Python pemaer CJIAY ¢ npuveHeHmeM rOTOBOTO
knacca linalg us makera numpy.

CTOUT OTMETHUTD, YTO IEPEJ 3aIlyCKOM AJITOPUT-
ma perenns CJIAY kaxmas Bepcus mMporpaMMHOTO
MOJMYJsA IPOBEPSAET KOJIUIECTBO CTPOK (YpaBHEHU)
B momyuennoit u3 BJl BeiGopre. B cmyuasx, eciu
CUCTeMa COJIEP/KUT MeHee IIeCTH ypaBHEeHHH (6 —
KOJIMYECTBO METAJJIOB, MHTEHCHBHOCTH JTUHUH KOTO-
PBIX BRIIOUEHBI B (hopmyiy (5), Ho Gosiee Tpex, TO 110
HUM PACCYUTHIBAIOT KOB(MPMUIMEHTHI JTUHEHHOH
3aBUCHMOCTH U OIPENEIAI0T COfIEpKAHNE 30I0Ta B
npobe. Ecnu ke KoHeuHasg MaTpuIla COIEPIKUT Me-
Hee Tpex BI'O, To mouck ocyrmiecrsagerca mo BJ[ B
mpejgenax (PUILTPA TOJIBKO IO 30JI0TY, HA OCHO-
BAaHWU IIOJ[y9eHHOH BBIOOpKM cocrasisiorT CJIAY
C IByMs HEM3BECTHBIMH, T.e. HAXOIAT TOJIBKO KO-
urmenTsI q) U1 a,, U3 popmyist (5). B oboux ciy-
Yagx IOJyYeHHOMY Pe3yJbTaTy OIpeleJeHUsd 30-
JI0Ta TPHUCBAWBAIOT CTATYC <«IPeIBAPHUTEIbHBIN»,
a camy mpo0y HATIPABIAIOT HA TPOOMPHBIN aHAIHS.

B mpouiecce BHEAPEHNST METOIUKHN BBIABIEHO He-
raTUBHOE BIWSIHHE OCTAHOBOK PaboThI mpubopa Ha
pe3ynbTaThl aHanusa. Pacxoxnenne MexIy pesyib-
taraMmu PPA u mpobUpHOro aHamM3a MPEeBHINIAET
nomycruMmble 0,13 % B TedeHHEe HEKOTOPOTO BpeMe-
HH, TI0KA HE YCTAaHOBUTCH Tpebyemas TPaeKTOPH
IBH:KEHUS 3JIeKTPOHOB B MaTepuasie aHoa U BbIXO[
ayopecrienniuu  perrrenosckoit Tpyoru (PT) wme
BepHeTCA K ONTUMAalIbHbIM napamerpam. K coxame-
HUI0, MHTEHCUBHOCTY JWHWH, U3MEPEHHbIE B IIEPH-
0l HEeCTAOMIbHOU PabOThI PEHTTEHOBCKOH TPYOKH,
Henpuroaubl 1A BHeceHua B BJl. [lna ompenerne-
HUS OKOHYAHWS Iepuosa HecTabuiabHoH pabors: PT
OBLIO IIPEIJIOKEHO MCIO0Jb30BAThL 06paser] KOHTPOJIS
crabunbaoctu (KO,.,.6), KOTOPBIH TIpEACTaBISIET CO-
00l mpo0y aHAIHM3UPYEMOIr0 MaTepHaja C H3BEeCT-
HBIM COJIEpKAHMEM 30J10Ta, HANAEHHBIM MIPOOHp-
HBIM MeTomoM. [l omperesieHHWs COCTOSAHUS pa-
6oter PT anamusupyior KO, monyuenHoe cozmep-
JKaHWe 30JI0Ta CPABHHUBAIOT C €r0 aTTECTOBAHHBIM
3HavyeHueM B obOpasie. Ecau pacxokmenve He mpe-
BBIIIAET IOTPENUTHOCTH MeToaukH, pabory PT cuura-
10T CTA0UIBHOH.

B nepuon mecrabunbuo# pa6oTsl PT KoHTpOIH-
HBIH 06paser] CTa0MILHOCTH AHAIUBUPYIOT C KakK-
Io¥ mapTuei mpob, a B mepuo crabuiIbHON paboTh
PT — pas B Hemento. Pacxo:xnenne pesynbTaToB
oIIpeJie]IeHU 30JI0Ta B HTOM 00pasife B KauecTBe IOo-

MIPaBKX BHOCAT B Pe3yJIbTATHI AHAIHU3A COILyTCTBYIO-
el rpynmnsl mpob. Caemyer oTMEeTHUTH, YTO WHTEH-
CHBHOCTH JIMHHUH 9JIEMEHTOB I P00, IpoaHaIU3H-
POBaHHBIX B mepuon HecrabuiabHOW padorbr PT,
uckiouator u3 BJl ¢ momoibio uHTEpQEIica, creiu-
anpHO paspaborannoro B LIMS. On npemocraBiser
BO3MO:KHOCTH pemaktupoBanusd bBJl (mobaBisars,
KCKJII0YaTh, H3MEHATh 3HAYCHUS MHTEHCHBHOCTEH),
a II0 3amIpocy IT0JIb30BATENS MOMKET ObITh CHOPMH-
poBan otuer. Uepes maHHBIN wHTepdeic 3amar0T
rmapamMerpbl (DOPMHPOBAHUSI KOHEUHOH MATPHUIILI:
KOJIMYECTBO CTPOK U 3HA4YEHWs (puiabTpoB (mpen-
YCMOTpPEHA BO3MOKHOCTH 3a[aHUsI HeCHMMETPHUHO-
ro ¢uisrpa). Kpome Toro, ecitu nsmepeHHbIe HHTEH-
CHUBHOCTH JIMHHUH 3JIEMEHTOB IIPEBBIIAT IIPpEeaeJib-
Hble 3HAYEHWsd, YTO IPUBOIUT K HEKOPPEKTHOCTHU
pesyibTara aHaju3a, CTaTyC aHaju3a aBToMaTHde-
CKM W3MEHSETCS Ha «IIpelBAPUTEIbHbBIN», a IPOBO-
IUBIIWA aHAINU3 CIIEIUAIINUCT, KAK U aHAIUTHK CTa-
tuctudecko B]l, mosyuaer 06 sTOM yBemoOMIIEHHE,

3akaroueHue

Takum o6pasom, B pesyibTaTe IIPOBEIEHHBIX
WCCIIeJIOBAaHUM pas3paboTaHa MeTOAWKA PEHTTeHO-
(hiryopeciieHTHOTO OmpeieNieHus 30I0Ta B I0BEIUP-
HBIX CIIJIABaX, B OCHOBY KOTOPOH IIOJIOKEHO IIPHMe-
HeHUe ypaBHEHUd CBA3U — JIMHEWHOU perpeccHuu.
Kosddumumentsr perpeccru paccyuTHIBAIOT C II0-
MOIIBI0 BUPTYATIbHBIX TPAIYUPOBOYHBIX 06PA3IOB,
pasMeleHHBIX B BJIEKTPOHHOH 6as3e maHHbIX. B ka-
gectBe BI'O wmcmomb3yorT pesyabrarhl aHAIW3a pe-
aIBHBIX MP006: WHTEHCUBHOCTH PEHTTEHOBCKUX JIH-
HUM 3JIEMEHTOB, BXOJSIIUX B COCTaB 00pAa3IlOB, U
3HAYEHUA COJEpPIKAHUA 30JI0TA, IOIyYEeHHBIE METO-
ZIOM IIPOOUPHOTO aHAIN3A.

Hna ananusupyemoi TpoObI ¢ ITOMOIIBIO (DUITb-
TPOB II0 WMHTEHCHBHOCTAM IIOJ0HMPAIOT COOTBET-
creytomue BI'O u ¢ npuMeHeHreM HECKOIBKHUX ajl-
TOPUTMOB, PEATTM30BAHHBIX HA PABIHYHBIX A3BIKAX
MIPOTPAMMHUPOBAHUA, PACCIUTHIBAIOT KO3 UIUEH-
ThI perpeccuu. Takoil mOAX0A MO3BOISAET MOBBICUTD
HA/IeIKHOCTb U YCTOMYIHUBOCTH K COOSIM IIPOrPaMMHO-
ro Moy mysa perrerus CJIAY.

Hawunyuniyo ¢opmy perpeccuu BoIOHpaIH ABY-
MfA CII0COOAMHU: METOAOM BKJIIOUEHHS BIIUSIOIIETO
¢haxTOopa ¥ METOIOM OIIEHKH KOPPEeIAINN HEBI30K
¢ BiamaonmM (QaxropoM. B mepBoM ciyuae B pe-
rPecCHio BKIOUYAOT (akKTop, obecredynBaroIuii
HavMeHbIIle CTaHJAPTHOEe OTKJIOHEHWe, a BO BTO-
pOM — HAWIYYIIYI0 KOPPEIANUI0 C HEBI3KaMHU.
B pesyabrare 66110 BRIOpAaHO ypaBHEHHE JTMHEWHOM
perpeccuu, y4YuThIBaIOIllee BIUIHHE HA WHTEHCHUB-
HOCTh JIMHHU 30JI0Ta TAKUX JIEeMEHTOB, Kak cepeob-
PO, Me[ib, ITUHEK, HUKEIb U HAJJIaIHH.

Pasnuynoe comepskanme 3om0Ta B Ipobax
(56,0 — 63,0 %) mpuBOAUT K HEOOXOIMMOCTH IIPHUME-
HEHUA PA3IUYHBIX (DUIBTPOB /I BHIOOpPA MOAXOIA-
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mux BI'O. HccnenoBanus mokasajum, 4To IpHMeHe-
HHEe aCHMMETPHYIHOTO (PUIbTpPA IJIA JaHHOTO MarTe-
puana pemiaer npobIeMy CMEIeHUI PACCINTAHHBIX
CoIlep:KaHUU 305I0Ta B CTOpPOHY 3HadeHud 58,5 %,
a mis BIl, comepsxarux Gomee 4 —5 teicaa BI'O,
IOCTATOYHO TIIPUMEHEHHUA Y3KUX CHMMETPHYHBIX
(pUIBTPOB, UTO TAKIKE CYIIECTBEHHO YIPOII[AeT aj-
TOPUTM pacyera.

IIpousBojicTBEHHBIE UCTIBITAHUS METOTUKH IIPH
aHammse 6ojiee 4eM IBYX THICAY MPOO ITOATBEPIUIN
BBIBOJIbI, CI€JIaHHBIE BO BpeMs ee pPaspabOTKH.
OpmHako 6bLT0 BHIABIEHO HETATHBHOE BIUSHIE OCTa-
HOBOK B paboTe PeHTTeHOBCKOM TPYOKH HA KAYeCTBO
pesynbTATOB aHajdu3a: 4YacThb IMPob, IMpOaHATH3H-
POBaHHBIX B IIEPHO] HeCTaOWJIBLHOW paboTbl TPY6O-
ku, uckmiodyanu u3 BJl ¢ momompio wHTEpdeEiica,
co3maHHOro B pamkax LIMS.

B macrosimee BpemMs MeToaWKa BHEIpeHA B
MPaKTUKy aHAJIUTHIECKOTO IeHTpa Kpacusermera.
Hecmotpsa ua peanmusaruio aaropuTMa MpOBEIeHHs
ananusa, He npexycmorperHoro 110 peHTreHOBCKO-
ro cuexkTpomMerpa Axios, TOPSAI0K Olepariiii, BbIMOJI-
HAEMBIX TIEPCOHAJIOM, OCTAJICA HEU3MEHHBIM. OJTO
00CTOITENBCTBO YKA3hIBAET HA TO, YTO WHTETPAITHS
AHATUTUIECKOTO IPUOOpA B HH(POPMAITMOHHYIO CETh
M03BOJITET Pas3paboTaTh METOAWKH, YIUTHIBAIOIIHE
CIIeI(pHKy TPOU3BOACTBA, YPOBEHD PA3BUTHA IIHUQ-
POBBIX TEXHOJIOTHH ¥ KBATH(PUKAIUIO aHATUTHYIE-
CKO# CIysKObI IPEATIPUATHS.

Huamaszon ompenenseMbIx COIAEP:KAHUE 30JI0TA
cocrasisger ot 56,0 mo 63,0 %, eMy COOTBETCTBYyeT
6omee 89,3 % OT BCET0 KOMMYECTBA IOCTYIIAIOIIUX
mpo6. TouHOCTH PE3yIHTATOB OMpENENeHUs 30I0Ta
ue xy:xe 0,13 % abc., BpeMs aHanu3a OJHOM IIPO6EI
cocraBafeT 1 4, 4To CyI[eCTBEHHO MEHbIIIE, YeM IPHU
HCIIONb30oBaHuu mpobuproro meroga (8 1). Ilpowms-
BOAUTENHHOCTb METOTUKN — 4 — 5 Ipo6 B vac.
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NCCJIENJOBAHUE BJIUSAHUSA PACTATUBAIOININX HATIPSIKEHUIA
HA ABCOPBITHIO BOJIOPO/JIA ITPU KATOTHOM 3AIIIUTE CTAJIA
B MOPCKOH BOJIE

© Exarepuna I'emnanreBna Paxosckaal®,
JIrommuina KoucranTunoBHa Srymosa2

1 Camkr-Ilerep6yprekuit rocynapcTBeHHBIN Jecorexumdecknii yuusepcurer uvenu C. M. Kuposa, Poccus, 194021, r. C.-ITerep-
Oypr, MucTuryrckuii nep., a. 5; *e-mail: rakovskayabzd@gmail.com
2 Banruiickuii genepanpubiii yausepcurer umenu U. Kanra, Poccus, 236016, r. Kamuuunarpan, yiu. A. Hesckoro, 1. 14.

Cmamws nocmynuaa 27 mapma 2020 2. Ilocmynuaa nocae dopabomru 22 anpens 2020 .
Ipunsama k nybaurayuu 29 anpeas 2020 e.

IIpu karomHO#M 3a1iUTe CTAIN B MOPCKOM BOZIe BO3MOKHO BBIIEJIEHKE BOIOPO/IA HA ITOBEPXHOCTH
KaTo/a ¥ IIPOHUKHOBEHIE ero B IIy0b MeTaJUIa. JTOT IIPOLIECC OIIACeH TE€M, YTO BHEIPEHHbIH IIPH
KaTOMHOM ITOSIPU3AIMKM BOIOPOL MOMKET HPHUBOIUTH K IIOSBIEHUI0 BOXOPOIHON XPYIIKOCTH
MeTaJla ¥, KaK CJIEeNCTBHe, PaspyIlIeHUI0 H3IeIuil U KOHCTPYKIui. B crarbe mpemcraBieHbI
pe3yJII)TaTBI HccaengoBaHUud BIUAHUA TeMrIepaTypr " BHEIIITHUX paCTHI‘I/IBaIOH.II/IX HaHpH?KeHI/Iﬁ
Ha HABOIOPO:KMBAHKE KATOMHO 3aIIUIIAEMON CTAJIHA B CIHOKOMHOM M IOIBUKHON OAITHICKON
MOPCKOH Boie. AHATTM3UPOBAIH TaK/Ke MHTHOUpPYIolllee HAaBOJOPOKUBAHUE IT0]] AeficTBHEM OeH-
30JICYIH(DOIMPUINHXIIOPUIA B KAYeCTBe HHIHOUTOpA. J[JI HArpys;KeHus UCIIOIb30BAIN MAIIIUHY
MMUII-102 (mysi IpPOBOIOYHBIX 0OPA3IIOB) U CIIEIIUAJIBHOE 000PyHIOBaHue (U1 MOYKOIBIIEBIX
¥ IIACTHHYATHIX 00pAasIloB), ITO3BOJIAIOINEE IIABHO PEryaHpPOBATh IIPHIAraeMylo Harpysky,
KOTOPYIO 3aJjaBaJIH CTPEJIOH mporuba ¥ KOHTPOJUPOBATIH AUHAMOMeTpaMu. [Ipu muccmemoBaHuu
BIMSHMS TEMIIEPATyphl HA HABOAOPOKMUBAHWE CTAIM Pa004yl0 SYEHKy TepPMOCTATHPOBAJIH.
Tonsipusariuio MPOBOIOYHBIX U IIACTUHYATHIX 00PA3II0B IPOBOIWIN B TedeHue 96 U, IOJyKOJIb-
1eBbIx — 1 4. B mporiecce ucnbITanmii moTeHITAAI OMPEIEISIN II0 OTHOIIIEHUIO K XI0pHuacepe6-
pAHOMY SneKTpoxy cpaBHenus. IlocioiiHoe pacrpenernenne Bomopoja, abcopOMpOBaHHOIO Me-
TaJIJIOM, OLIEHWBAIM METOIOM AHOIHOIO PACTBOPEHMS. ¥ CTAHOBHIIM, YTO YBEJIWJYEHUE BHEIITHE
TPUIOKEHHBIX PACTATUBAIOIINX HAIPSKEHUHA MTOBBIIIIAET BOIOPOI0COIEPKAHNE TPUIIOBEPXHO-
CTHBIX CJIOEB CTAJIM KAK B CIIOKOMHOI, TAK ¥ IIOABIKHON MOPCKOM Bojie. Ilormomennnlii MeTa-
JIOM BOJOPO[] BBI3BIBAET U3MEHEHHUE IIOTEHITHAIA II0BEPXHOCTH Marepuaja (4em 0oJIbiiie IIoriIo-
LI[EHHOT'0 BOJOPO/a, TEM CUIbHEe u3MeHeHne). B nBmkyIeiica Boge Bogopos abcopbupyercs ak-
TuBHee. Bmecre ¢ TeM mpuiio:KeHre HArPYy3KY He BJIMSET HA HABOAOPOKUBAHME B IIPUCYTCTBUH
MHTEOUTOPA, CIIOCOOCTBYIOIIET0 YMEHBIIIEHHUIO BOJOPOI0COAED/KAHNS B METaILIE.

KiroueBnle croBa: HABOIOPOKUBAHKE CTAIH; KATOAHAA 3aILUTA; PACTATHBAIOIINE HAIIPAKe-
HUT; HHTHOUpYIOIllee [eiCcTBIe; N3MeHeHre IIOTeHI[HANA.

STUDY OF THE EFFECT OF TENSILE STRESSES ON HYDROGEN ABSORPTION
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When using cathodic protection of steel in sea water, hydrogen can be accumulated on the cathode surface
and penetrate deep into the metal. This rather dangerous phenomenon of hydrogen corrosion can lead to
hydrogen embrittlement, i.e., to destruction of the metal. We present the results of studying the impact of
the temperature and external tensile stresses on the hydrogenation of cathodically protected steel in calm
and mobile Baltic sea water. Dependence of the inhibitory hydrogenation on the temperature and applied
load under the action of benzenesulfapyridine chloride as an inhibitor was analyzed. An MIP-102 machine
(wire samples) and special equipment (half-ring and plate lamellar samples) were used to provide smooth
control of the applied load set by the deflection and controlled by dynamometers (lamellar samples were
tested under constant deformation). When studying the effect of temperature on steel hydrogenation, the
working cell was thermostatically controlled. The wire and plate samples were polarized for 96 h, and
half-ring samples for 1 h. The potential was measured with respect to the silver chloride reference elec-
trode. The layered distribution of absorbed hydrogen in the metal was determined using anodic dissolu-
tion. It is shown that external tensile stresses increase the hydrogen content in the surface layers of steel.
Hydrogen absorbed by a metal changes the potential of the steel surface (the more absorbed hydrogen, the
stronger change). It is also shown that hydrogen is absorbed by the metal more actively in moving seawa-
ter than in calm water, and an increase in the load contributes to an increase in hydrogen content in the
metal both in calm and mobile seawater. However, the load did not affect the hydrogen absorption with the
inhibitor present, thus providing reduction of the hydrogen content in the metal under loading.

Keywords: steel hydrogenation; cathodic protection; tensile stresses; inhibitory effect; potential change.

BBenenmne

B macrosiee BpeMs I 3aIl[UTHI METAJLIOB OT
KOPPO3HUH B MOPCKOM BOJiE IIMPOKO IPHUMEHSIOT TaK
HasbIBaeMyio KarTomHywo 3amury [1-4]. Ogmako
Ipu KaTOI[HOﬁ IIoJIdpu3annu CTald BO3SMOHO BBbI-
IeJIeHre BOIOpPOAa Ha IOBEPXHOCTH KATOHA U €ro
MMPOHHUKHOBEHHE B IIIy0b MeTajuia. OTO OMacHO TeM,
YTO BOZOPOJ, BHEIPEHHBIN B METAJI B IIpollecce Ka-
TOMHOM 3allUThI, MOKET IIPUBECTH K BOIOPOIHOU
XPYIIKOCTH W Pa3BHUTHIO CTATHYECKOM BOIOPOMHOM
YCTAJIIOCTH CTAJIX U, KaK CJIeICTBHE, PaspyIIeHUI0
U3IeIUH ¥ KOHCTPYKITHH [5 — 7].

B ciyuae HanpskeHHBIX CTAIeH UCKAKEHUS pe-
IIEeTKA MEeTajljIa, BbI3BAHHBIE YIIPYTHMHU U ILJIACTH-
YECKUMHU JeDOPMAaIlAIMHU, CYIIeCTBEHHO BIUIIOT HA
abcopObITMIo BOIOPO/IA, CIIOCOOCTBYSA CO3MAHHIO KPH-
THYECKHUX €ro KOHIIEHTPAIdi B MecTax OyIyIux
paspyuienwnii [8 — 11].

Ilens paboThl — uccIegOBaHNE BIAUIHUS TEMIIe-
paTypbl ¥ BHEIIHHUX PACTATHBAMIINX HANPSKEHUN
Ha abCcopOIMI0 BOIOPOAA CTAIBI0 IMPH KATOTHOU ee
3aI[UTe B MOPCKOH BOJle M MHTHOMPYIOIlee HABOIO-
pOKHBaHWE TOA IEHUCTBUEM OEH30JICYIh(OITHPH-
IUHXJIOPHIA.

MarepuaJubl, METOTHUKH, 000pPyIOBaHIE

HccnemoBanu 06pasiibl U3 BBICOKOIPOYHOH Cy-
IOCTPOUTENBHON cranu: IwiacTuHuathie (70 X
15 x 1,5 mm), momykoinbiieBbie (20 X 15 X 1,5 mm)
C KOHIIEHTPATOPOM HANPSIKEHUH U IMPOBOJIOYHBIE
(muamerp — 0,5 mm). I[Ipu moaroroske 00pasibl mo-
JIUPOBAJIM TOHKOM HAMKIAYHON OymMarod u 006es3:Ku-
puBanu. HcobiTaHus nOpoBOguaN B OANTHHCKOM
MoOpcKoi Boge. IIpoBosiourbie 00pasIibl CTATHYIECKH
Harpy:;xanau ¢ nomoirbio Marmuabl MUAII-102, momxy-
KOJIbIIEBBIE U ILIACTUHYATHIE — C HCIIOJIb30BAHUEM
CIIEIIHAIFHOTO  IIPUCIIOCOOIEHUSA, IT03BOJISIOIIETO

IJIABHO PETyJIHPOBaTh MPUIATAEMyI0 HATPY3KY, KO-
TOPYIO KOHTPOJIMPOBAIH JTUHAMOMETPAMH C UHIUKA-
TOpaMHu 4YaCOBOI'O THIIA. HJIaCTI/IanTLIe O6pa3]_[bl
WCIBITHIBAIN IPH IIOCTOSAHHON nedopmanuu (Ha-
rpysKy 3amaBanu cTpesoi mporuba). Ilpu mccneno-
BaHWHU BIUSHHUSI TEeMIIEPATYypbl HA HABOMOPOKUBA-
HHUE CTanu pabodyyl SYeHKy TepMOCTATHPOBAIIH.
KoumenTparus BBOIUMOrO B MOPCKYIO BOXY HHIH-
o6uropa (MCIT0Ib30BaIH GEH30JICYIB(OIUPUTUHXIIO-
pux [9]) cocrasmisra 0,002 motn/i1.

Ilonsgpusanuio TPOBOJOYHBIX M ILIACTHHYATHIX
00pasIoB IpH INIOTHOCTH TOKA 5 MA/cM? IPOBOAHIN
B TeueHue 96 4, moayKOMbIEBbIX — 1 9. OT™MeTnM,
yT0 obpasyromuiica Ha o0pasiax W BIWAIONAN Ha
IIOTEHITHAJ KaTOMHBIA THAPOOKHCHO-COJIEBOU oOca-
IIOK 00YCIOBHJI IIPOIOJI:KUTEIBHOE BpeMs MOJIIpu3a-
WU B miepBoM ciaydae. [loreHiuan B Xome UCObITA-
HHH OIPEIEIsIN 110 OTHOIIEHHIO K XJI0opuacepedps-
HOMY 3JIEKTPOAy cpaBHeHH:A. [0 oKOHUYaHWHU IT10JI-
pH3aIuK IIOCIONHOE paclpenelieHne BOIopoaa, ab-
COpOHMPOBAHHOTO METAJIOM, OIEHHBAIH METOHOM
anoguoro pacrsopenus [9]. Ha mracrtunuarsix 06-
pasiax IIOTEHIIMAT H3MEPSIH B IISATH TOYKAX IIO
muHe nedopmupoBaHHoro obpasma. Ilocime paspe-
3aHusg o0pasiia comep:KaHue BOIOPOHA OMPEeNesIsain
B KaKJIOM M3 IIITH €ro 4acTem.

O6cy:xaenue pe3yabTaTOB

Ha pmuc. 1 npuBenena 3aBHCUMOCTE BOJ{OPOI0CO-
MEPIKAHUA MeTalia OT MPUIOKEeHHON HATPY3KH I
MIOJIYKOJIBIIEBBIX 00pasioB. Bummo, uro BHeIIHHE
pacTATUBAOIME HATPSIKEHUS YBEJIUUYWBAIOT BOIO-
pojocoiep;kaHue IPUIOBEPXHOCTHBIX CI0EB CTATH.
Hawub6omabmiee xommuecTBo Bomopoma abcopbupyercs
nupu 70 % or mpenenbHOU HATPY3KH, IIPHU KOTOPOH
00pasiibl paspyIianTcsa HA BO3ayxe (I MpOoBOIOY-
HBIX — 1IpH 35 %).
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Cyp, MIT/MT
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Puc. 1. 3aBucumocts Bomopoxmocomepikanus meramaa Cpp
OT TPUJIOKEHHOM HATpPy3Ku P (TONIHMHA CHATOTO CIOS —
30 MEM)

Fig. 1. Dependence of the hydrogen content in metal on ap-
plied load P (the thickness of removed layer — 30 pm)
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Puc. 2. Pacnpenenenus sogopona H (a) u norennuana E (6)
1o puHe [ iacTuHIaToro o6pasia npu crpese nporuta 2 (1)
u6mmMm (2)

Fig. 2. Hydrogen content H (a) and potential E (b) distribu-
tions along the length 1 of plate lamellar sample for different
deflection values 2 (1) and 6 mm (2)

Pacnpenenenus Bomopoma ¥ IOTEHIIHANA TIO
IUIMHE IUIACTUHYATOTO 00pasiia IpeiCcTaBIeHBI Ha
puc. 2 (temmeparypa — 18 °C). Bungno, uro makcu-
MaJTbHOE KOJIMYIECTBO MOIJIOIEHHOT0 BOJI0POaa U MH-
HUMyM TOTEHI[Majla MPUXOAATCA Ha Hauboiee Ha-
MPSKEHHYI0 IEHTPATBHYI0 00J1aCTh. JTO, BEPOITHO,
cBA3aHO C medopMmanuiell U U3MEHEeHWEM DIEeKTPO-
XUMHUYECKUX CBOMCTB ITOBepXHOCTH [6, 12, 14, 15].

=
[
LS

0

1/ 3/ 57 1t °C

Puc. 3. 3aBucumocTs copepskanus Boxopoxa B Mmeramwre H
OT TeMIIepaTyphl ¢ A MOABMIKHOU (1) U CIIOKOUHOU (2) Mop-
CKOM BOJBI

Fig. 3. Temperature dependence of the hydrogen content H
in metal in mobile (1) and calm sea water (2)

B mBmkyIieiics MopcKoit Bofie (B HAIeM ciiydae
CKOPOCTH cOCTaBIsANa 2 M/c) Bogopo abcopbupoBai-
ca meraiuioM Oosiee akTuBHO (puc. 3). Bmecre ¢ Tem
yBeJIW4eHrne Harpy3KH CIIOCOOCTBOBAJIO POCTY BOMO-
POIOCOIEp:KAHUA HE3aBHCHMO OT CKOPOCTH IBU-
sKeHus cpenbl. MHade roBops, OBH:KEHWE CpPeIbI
ompesiensger 0OJBIINH YPOBEHh HABOJOPOKHUBAHMUI.
ITO MOKHO OOBSCHHUTH TEM, YTO €CJIH B CIIOKOMHOM
MOPCKOH BO/ie B IPHUKATOJHOM IIPOCTPAHCTBe obpa-
syerca menounas 3oHa (Hy,O + e <> H,; + OHY), To
B ABWKYIIENCA MOM00HOTO He HAOII0MAeTCs U MPO-
Imecc paspszia MOJEKyJl BOJABI IPOTEKaer Oecrpe-
MATCTBEHHO.

Ha pwuc. 4 npuBemeHbl U3MeHEHUs MOTEHITAAA
MMOBEPXHOCTH METAJIJIA CO BPEMEHEM B JIBHIKYIIEHCST
¥ CHOKOMHOM MOPCKOM BOJle IPU Pa3IUdHON TeMIIe-
parype. BunHo, 4TO X071 KPHMBBIX IPAKTHYECKH HE
mensercs. Ha HUX MOKHO BBIJEIUTH TPU XapaKTep-
HBIX y4acTKa: MajieHre IOTEeHIINAa, 3aTEM eT0 POCT
¥ ILUTaBHOE MOHOTOHHOE IOBBIIIeHHe (YCIOBHO CTa-
[IMOHAPHBIA perxuM). B nBH:KyIIelica cpese B [eIoM
YPOBEHb MOTEHIIHANIA HUKE, YTO MOKHO OOBACHUTH
HapylIeHUeM OKHCHBIX IIJIEHOK IIOTOKOM MOPCKOU
Bombl. C pocToM TemmepaTypbl BOAOPOLOCOIEP-
JKaHMe MeTajlyla yMeHbIIIaeTcda: B CIIOKOMHOM Bojie —
¢ 1,020 = 0,022 mo 0,170 = 0,004, B MOABUIKHOM —
¢ 1,600 + 0,023 10 1,150 = 0,030 mr/r.

OrMmeTrnM, TIOBBINIIEHHE TEMIIEPATYPhI IIPUBOIUT
K YCHJIEHUIO DIIEKTPOXUMHUYECKON ecopOIuu BOMO-
poga (paBHoBecue H, < H, < H,. cmemaerca
BIIEBO).

Pacnpenenenve Bogopomocofep:kaHusa IO TILY-
Oune Merauia 6e3 W B IPHUCYTCTBHHM HMHIHOHUTOpPA
(6eH30CyIbOMUPUANHXIIOPHIA) IPUBEIEHO Ha
puc. 5 (remmneparypa — 18 °C). Buguo, uro Bomopos
KOHIIEHTPUPYeTCsd, B OCHOBHOM, B IIPHUIIOBEPXHOCT-
HBIX CJIOSIX. JTO CBA3AHO C (DOPMHUPOBAHUEM BOKPYT
KOJIJIGKTOPOB TIOJIT HANps:KeHud U aeopMariuu,
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Puc. 4. 3aBucumocTy moreHIana noBepxuocTu meramia K
OT BpeM€HHU T B IIOJBUIKHOU ¥ CIIOKOMHOM MOPCKOM BOZie TIpU
remmeparype 18 (1, 5), 30 (2, 6), 40 (3, 7) u 50 °C (4, 8) coor-
BETCTBEHHO

Fig. 4. Time dependence (tv) of the surface potential (E)
of metal in moving and calm sea water at different tempe-
ratures 18 (I, 5), 30 (2, 6), 40 (3, 7), and 50°C (4, 8), res-
pectively

[IPEIsITCTBYIOIEro CIEAYIOMINM IIOPIHUAM BOJOPOAA
MpOHUEKATH B Tiy6p mMeramwia [13]. Ucnonbsosanue
HHTHOUTOPa Ha XapaKTep paclpeereHus BOJopoaa
II0 CJIOSIM He BJIMSIET, OHO JIMIIb YMEHbBIIIAeT BOILOPO-
ZOCOMEePIKAHIE KaXK/[OT0 CIIOA.

3axaroueHue

Takum 06pasoM, TPOBEJEHHBIE HCCIEIOBAHUS
IIOKa3ajIy, YTO BHEIITHE IIPUJIOKEHHbIE PACTATHBAIO-
e HAOPSKEHWs IIOBBIMIAIOT BOXOPOIOCOAEPIKA-
HUe IIPUIIOBEPXHOCTHBIX CJIOEB CTATIU HUCCIIELYEMbIX
00pasIioB B CIIOKOMHOM U MOABHKHOM MOPCKOM BOJIE.
[Ipuuem B gBmIKyIieiica cpeme mpoiecc abcopbiruu
MPOTEKAET aKTHUBHee. YCTAHOBUIW, UTO HAUOOIB-
1ree KOJIMYECTBO BOAOPOJA B IIPOBOJOYHBIX 00pas-
max abcopbupyercsa mpu 35 % OT IpemenbHON Ha-
I'PYy3KH, a B HOIXYyKoJAbIEeBbIXx — mpu 70. B ciyuae
IUTACTHHYATHIX 00pPa3I[0OB MaKCHMAaJIbHOE KOJIHIe-
CTBO BOMOPOfia IOTJIONIAeTCA Haubojaee HAIPSKEH-
HOM IeHTpaJIbHOHN yacTbio. Kpome Toro, mormoren-
HBIH BOJOPOJ BBI3BIBAET H3MEHEHWe IIOTeHITAaIa
noBepxHOCcTH Metayua. C pocToM TeMmeparypbl BO-
IIOpOJoCcoiep:KaHme MeTalyla B CHOKOWHOW W IIOJ-
BHJKHOU MOPCKOHM Bone yMeHbiiaerca. [Ipumenenue
MHTHOUTOpPA He BIUAET HA XapakTep pacripenese-
HHUA BOAOPOJA IO CJIO0SAM, a JIUIIH ITOHUKAeT BOJOPO-
nmocomepskanme Kaxmoro cioa. [lpu ysennuenuu Ha-
IPY3KH WHTHOUTOP CIIOCOOCTBYET YMEHBIIIEHHUIO BO-
IOPOJIOCOIepKaHuA B MeTamae. Ancopbupysich Ha
AKTHBHBIX IIEHTPAX, OH JKPAHUPYyeT IOBEPXHOCThb
MeTaJIa U 3aTPYAHAET Pa3pas MOJIEKYJ BOAbI.
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IIpencrasimenb! pesynbTaThl UCCAETOBAHMS (PA30BOTO COCTABA MEPCIEKTUBHBIX hochaToB Kalb-
mua Calo(PO4)6(OH)2, ﬁ-Ca3(PO4)2, (].-Ca3(PO4)2, CaHPO4 . 2H20, Cag(HPO4)2(PO4)4 . 5H20
C IIOMOIIBI0 PEHTTEHOBCKOI0 AU(I)PAKTOMETPA C U30THYTHIM IIO3UIIHOHHO-UYBCTBUTEIBHBIM Jie-
TEKTOPOM METOJ[OM HAJIOKEHUS PEeHTTeHOMU(PPAKIIMOHHBIX ClIeKTPoB. C yueToM 06pasyromniuxcs
B IIpo1iecce CuHTe3a IIPUMECHbIX (ba3 IIPpUBEEHbI OIITUMAJIbHbIE SKCIIEPUMEHTAJIbHbIC YCIOBUSA
(YTJI0BBIE TIOJIOKEHNS PEHTTEHOBCKOM TPYOKH U IETEKTOPa, PasMep IIeNei, BPeMs DKCIIO3UIIUH).
OTMeueHbI KOHCTPYKTHUBHbBIE 0COOEHHOCTH Au(PAKTOMETPA, BIUAIOIINE Ha IPO(PHUIbHBIE XapaK-
TEPUCTUKHN PEHTTEHOBCKUX IU(PPAKIIMOHHBIX [IMKOB, & TAKIKE OIPeesieH COCTAB /IS €r0 KaJuo-
poBEH (CMech areraTa HATPHUS W OKCHIA WTTPH:). I10CTpOEHHbIE 10 JIUTEPATYPHBIM JAHHBIM
TEOPETHUYECKHE PEHTreHOAN(PPAKIIMOHHbIE CIIEKTPHI JJIS UCCIEyeMbIX 00PasIOB MEepPCIIeKTHB-
HbIX ocdaToB KATbINA UCIIOIH30BAIH A/ aHaIKu3a uX (has0BOro COCTaBa. ¥ CTAHOBIEHO, YTO
TIOPOIIIOK BBICOKOTEMIIEPATYPHON (DOPMBI TpUKaNbIHiidocaTa 3HAYUTENIBHO ancopOoupyer
BOJIy U3 OKpY:Kaoleil cpenbl. Kpome Toro, Ha peHTreHOIMpPAKIHOHHBIX CIIEKTPAX IUKATBIIAN-
ocara nurugpara mpPUCYTCTBYET 3HAYUTEIHHAS TEKCTYPA, a HA CIIEKTPe OKTaKaIbIuiidocda-
Ta MeHTaruApara — JIUIIb OIWH HMHTEHCUBHBIN [TUK Ha MaJbIX yIiax. [l Bcex 00pasios (uk-
CHPOBAJIM 3HAYUTENbHBIE OTKIOHEHUA 3aPETUCTPUPOBAHHBIX YIJIOBBIX ITOJOKEHHUI U OTHOCHTE-
JIBHOM MHTEHCUBHOCTH MU(PPAKITHOHHBIX IMKOB OT TEOpeTHUeCcKuX 3uadenuii. Haubomree sadpdex-
TUBHBIM OKA3aJICA METOJI TPad)UUECKOTO COITOCTABIEHH DKCIIEPUMEHTAILHBIX PEHTTeHOIU(PAK-
[MOHHBIX CIEKTPOB U IIPEIBAPUTENHHO 3aPErUCTPUPOBAHHbBIX CIIEKTPOB STAJIOHHBIX (pocdaToB
KaJIbIIAA ¥ BO3MOKHBIX IIPUMECHBIX (has (B 5TOM ciIydae HeoOXOIUMOCTh KATHOPOBKM Iprbopa
orcyrcrByer). Ilpu ero ucnonb3oBaHuu 00Iee BpeMs aHAIU3A OTHOTO 06pasiia COCTABIIAIO He
6omee 10 mumH.

KmroueBnle cioBa: peHTreHOAU(PAKIIMOHHOE WCCIEN0BAHNE; TO3UIIMOHHO-IyBCTBUTEILHBIH
JIETEKTOpP; KaunOpOBKA; IEPCIIEKTUBHBIE (POCaThl KAIBIHI; IIPHUMeCHble ()asbl; (pasoBBIA
cocras.

CONTROL OF THE PHASE COMPOSITION OF ADVANCED
CALCIUM PHOSPHATES USING AN X-RAY DIFFRACTOMETER
WITH A CURVED POSITION-SENSITIVE DETECTOR
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Baikov Institute of Metallurgy and Materials Science, RAS, 49, Leninsky prosp., Moscow, 119334, Russia;
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The results of studying the phase composition of advanced calcium phosphates Ca;q(PO,)g(OH),,
B-Cag(POy)y, a-Caz(PO,),, CaHPO, - 2H,0, Cag(HPO,),(PO,), - 5H,0 using an x-ray diffractometer with
a curved position-sensitive detector are presented. Optimal experimental conditions (angular positions
of the x-ray tube and detector, size of the slits, exposure time) were determined with allowance for possible
formation of the impurity phases during synthesis. The construction features of diffractometers with a
position-sensitive detector affecting the profile characteristics of x-ray diffraction peaks are considered.
The composition for calibration of the diffractometer (a mixture of sodium acetate and yttrium oxide) was
determined. Theoretical x-ray diffraction patterns for corresponding calcium phosphates are constructed
on the basis of the literature data. These x-ray diffraction patterns were used to determine the phase
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composition of the advanced calcium phosphates. The features of advanced calcium phosphates, which
should be taken into account during the phase analysis, are indicated. The powder of high-temperature
form of tricalcium phosphate strongly adsorbs water from the environment. A strong texture is observed
on the x-ray diffraction spectra of dicalcium phosphate dihydrate. A rather specific x-ray diffraction pat-
tern of octacalcium phosphate pentahydrate revealed the only one strong peak at small angles. In all cases,
significant deviations are observed for the recorded angular positions and relative intensity of the diffrac-
tion peaks. The results of the study of experimentally obtained mixtures of calcium phosphate are pre-
sented. It is shown that the graphic comparison of experimental x-ray diffraction spectra and pre-recorded
spectra of the reference calcium phosphates and possible impurity phases is the most effective method. In
this case, there is no need for calibration. When using this method, the total time for analysis of one sam-
ple is no more than 10 min.

Keywords: x-ray diffraction study; position-sensitive detector; calibration; advanced calcium phosphates;
impurity phases; phase composition.

BBenenue

B mocnemmue rogapl mpu AHATHOCTHKE MaTepHa-
JIOB IIIUPOKOE IIPUMEHEHNe HAXOIAT PEHTTeHOBCKHe
IUu(PPAKTOMETPHI € MO3UIHOHHO-IYBCTBUTEIbHBIMU
(wau koopmuHaTHbIMH) perexropamu [1, 2]. Ilo
CPaBHEHHUIO C TPaAAUIIMOHHO HCIIOJIb3yeMbIMU JId
MpoBeeHus (pa3oBOro aHAIU3a IPUOOPAMHU C CITUH-
TUJUIAITUOHHBIMHY JeTEeKTOpaMu OHU UMEIOT DAL IIpe-
umyiects. [Ipexme Bcero Bpems, HeOOXOTUMOE IS
perucTparuu IUQPAKIIHOHHBIX CIIEKTPOB, 3HAYH-
TEJILHO COKpAIAeTcs, & WHTEHCHBHOCTb PErHUCTPH-
pyembix muKoOB moBbimraercsi. OmHAKO HEOOXOIuMO
VUHMTBHIBATE, YTO TIPU PaboTe 10 METOLy Ha OTpaKe-
HUE [ KaKIOT0 (PUKCHPOBAHHOTO ITOIOKEHUS
PEHTTEHOBCKON TPYOKH M JeTeKTopa Tpedyercs Ka-
nubpoBKa mpubopa, KOTopas yBeJIHIHBaeT IPOI0JI-
JKUTETHHOCTD aHamusa [3].

Ilenr paborsr — wmccimemoBanue (PasoBOTO CO-
CTaBa TMEpPCIeKTUBHBIX (PocdaToB KaIbIUd C IIO-

Puc. 1. Penrrenoonruueckas cxema audpaxromerpa «lu-
peii-401»: @ — oKyc peHTEeHOBCKOH TPYOKH, PACIIOIOKEH-
HBIA Ha (OKycupymoIe# okpy:xHocTtH; N — HOpMAalb K II0-
BepxHOCTH 00pasia; ITY]] — I03HI[HOHHO-IyBCTBUATENILHBIN
IETEKTOP; 0 — YTOJI CKOIbKeHus; 61, 62 — yribl gudpariuu
(IyHKTHPOM MOKA3aHO OKHO AETEKTOpA C PACIIOIOKEHHBIM
nepen HUM (PHIBTPOM — BaHALHUEBOH (DOIBIOM, KUPHOH 1U-
HUeH — aHOJ IeTeKTopa)

Fig. 1. X-ray optics scheme of a Difray-401 diffractometer:
@ — the focus of the x-ray tube located on the focusing
circle; N — normal to the sample surface; PSD — the posi-
tion-sensitive detector; a — the incident angle; 61, 62 — dif-
fraction angles (the dotted line shows the detector window
with the filter (vanadium foil) located in front of it, the bold
line — anode of the detector)

MOIIBI0 PEHTTEHOBCKOTO MU(PAKTOMETPA C M3OTHY-
TBIM IIO3UIIHOHHO-YYBCTBUTEIbLHBIM JIETEKTOPOM
METOIOM HAJNOKEHHUS PEHTTeHOAN(PPAKIIMOHHBIX
CIIEKTPOB, MCKIYAIINM BPEeMEHHBIE 3aTPaThl HA
KaIuOpPOBKY.

Marepuaabl, METOABI, 000OPYyAOBAHIE

UcnonszoBanmu pudparromerp «Judpeit-401»
¢ OJIOKOM [ETEeKTUPOBAHUS HA OCHOBE H30THYTOTO
KOOPAMHATHOTO JeTeKTopa (rasoBas cMech — KcCe-
HOH-MeTaH, paguyc uaruba — 114 MM, yriaoBoi pac-
TBOp — 55° YHCIO KaHAIOB aHAIOr0-IU(POBOTO
npeo6pasosaresss — 4000) [4]. B nmpubope peanuso-
BaHa PEHTTeHOOIITHYECKAs CXeMa Ha OTpaykeHue,
IpU KOTOPOU PEHTreHOBCKad TPyOKa M OJIOK JeTek-
THPOBAHUSA B IIPOIIECCE PETUCTPAIINH PEHTTEHOAU]-
PAKIIMOHHOTO CIIEKTPA 3a(PUKCUPOBAHBI B HEOOXO-
IUMBIX ITOJIOKEHUSIX W HemoaBMKHBI (puc. 1). s
ompefieieHus YTIJOBBIX IIOJOKEHUH TU(PPAKIHOH-
HBIX TTUKOB MPEIBAPUTENHHO IPOBOIUIN KATUOPOB-
Ky Au(paKToMeTpa o CTaHAAPTHBIM 00pasiam.

Koutpons dazoBoro cocraBa mpoayKTOB CHHTe-
3a TpeAIoaraeT HUCIO0JIb30BaHue 6asbl PEHTTEHO-
merpuueckux paHubix PDF (Powder Diffraction
File) (mist HeopraHwdYecKux coemuHEHUN — 6asa Ju-
dparmmonnsix ganueix PDF2) [5]. AnprepHarusa
6aze PDF — comocrasienue sKCIIepUMEHTATBHBIX
pe3yabTaToOB C PACCUUTAHHBIMU TEOPETHIECKH II0
JIUTEPaTyPHbIM MCTOYHUKAM AaHHBIMHU. Takroi mos-
XOJ UM€eT OIpeeJIEHHbIE TPEUMYIIEeCTBa, ITOCKOIb-
Ky HCKJII0YaeT Heo6X0UMOCTh ITepecuera 13 yIriioB B
MEIKIIZIOCKOCTHBIE paccrogHud. Kpome TOro, MOKHO
KCIIOIb30BATh JI000€ U3JIydeHre, B YACTHOCTH, H3-
nyuenwne xpoma (crangaprel PDE, ocobenno pamnnue,
TIOJIy4eHbl Ha uaiydeHun Mmenu). basa maHHBIX co-
IEPIKUT IITPUX-ANATPAMMBI COEAMHEHUH, a He UX
peHTreHoAn()PAKITHOHHBIE CIIEKTPBI, YTO TOPa3o
MeHee HATJIAIHO. YYUTHIBASI BCE 3TO, UCIIOIb30BAIN
COTIOCTABJIEHWE OKCIIEPUMEHTAIbHBIX JaHHBIX C
pacYeTHBIMH.

K mepcmerxruBubIM (hocdharam KambIlus OTHO-
CAT, TIPEKIE BCETO, Te, KOTOPhIE HAXOAAT IIPHUMEHEe-
Hue B 6momenunune. MccmenoBanu ciaemyroriue co-
equnenus: ruapokcuamnatut Ca;o(PO,)s(OH), (T'A);
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HU3KO- ¥ BBICOKOTEMIIEPATYPHBIE (POPMBI TPUKATIH-
nuiiocdara (Burmorura) B-Cas(POy)y (B-TH®) u
a-Cag(POy), (a-TH®); nurkanbuuiidocdar guruapar
(«opymmT») CaHPO, - 2H,O (IK®]I); oxraxais-
nuiiocdar neararuapar Cag(HPO,)4(PO,), - 5H,0
(OK®).

Hccmenyembie  06pasibl  XapakTepU3yIOTCS
GOJIBIIMMY DJIEMEHTAPHBIMYU TYeHKAMU U, KaK Ipa-
BUJIO, HU3KOU CUMMeETpHeH, II09TOMY UX PEeHTTEeHO-
IUu(PaKIIUOHHBIE CIEKTPhI COAEP:KaT TOCTATOYHO
MHOTO YaCTHYHO ITePEKPHIBAIOIIUXCA TUPPAKIIHOH-
HBIX IIUKOB, YTO CYIIIECTBEHHO 3aTPyIHAET PasOBbIH
aHanus. PasneneHnio TepeKpbIBAIOIINXCS ITHKOB
CII0cOOCTBYET PEHTTEHOBCKOE U3JIyUeHHe C OOIBIIOH
IJTHHOM BOJIHBI, B YACTHOCTH, W3JIyd4eHHWe XpoMa,
MMO9TOMY Ha HPHOOpPE YCTAHOBHIN PEHTTEHOBCKYIO
TpyOKy € XpOMOBBIM amHOfoM. Kpome Toro, mpu
HCIIOJIb30BAHUY XpOMa TU(MPPAKIIHOHHBIE TUKU IS
JEK®]I u OK®, momagarminme B 00IaCTh MAJIBIX
yIJIoB, Hambosiee WHTEHCHUBHBI. J[JIg WMCKIIOUEHUS
Kp-usnyuenwns, comyrcrBymomero Ko-usimydeHuro,
HCIIOJIb30BATH BAHAIUEBBIH (DHILTP, KOTOPBIA IIO-
Memaad 1mepexn OJOKOM JIeTeKTHpoBaHUA (CM.
puc. 1).

Jns xanubpoBku AudparToMerpa IIPUMEHSIH
cmech arerara Hatpua CH;COONa (ero uacro wc-
MOJIb3YIOT IIPH KUIAKO(AasHOM cuHTe3e ¢ocaros
KanbIud) U okcuma urrpus Yo0; (Xxapakrepusyercs
HAJIMYKMEM WHTEHCHBHBIX HEIIEPEKPHIBAOIIUXC TH-
dpakumonnsix nuroB) [8,9]. Hawmyumum oxasa-
Joch cooTHOIeHue 2:1 (110 macce).

Teoperuueckne peHTreHOAN(PPAKITHOHHBIE CIIEK-
TPbI PACCYUTHIBATIN C MOMOIIbBI0 IIporpaMmbl Pow-
der Cell [7]. OTrmerum, uTo ImporpaMMa II03BOJISIA
MOJI€TUPOBATH CIEKTPhI HE TOJBKO OTHEIBHBIX CO-
eIMHEHNH, HO U MX CMecell B 3apaHee BBIOPAHHOM
cootHorennu. Hanbonee nHTeHCUBHBIE TU(PAKITH-
OHHBIE ITMKH JIEJKAT B Juaral3oHe 5 — 65° mo mrkame
26.

Cunres ¢ocdaroB OCYIIECTBISIOT METOIAME
OC&IKIEHUs U3 PACTBOPOB, TBEPAO(AZHOTO MU TH/I-
porepmanbroro cuHTe30B [10]. IIpu sTOoM Ha mpoTe-
KaHWe XWMWYECKUX PEaKI[Ui BJIHSET MHOMKECTBO
(haxTOpPOB, YTO TPUBOIUT K ITOSIBICHHIO B MPOIYK-
Tax CHHTEe3a MOO0YHBIX (IMpuMecHbIX) a3 (Tabia. 1).

C moMoIIbI0 PEHTTeHOBCKOTO mudparKToMeTrpa
Ultima IV (dnouwus) ycraHoBwMIN, YTO aHATU3UPYE-
Mble 00pasibl omHO(AasHbIe. YTIbI CKOIbKEHUI U
YCTAHOBKH IETEKTOpa IMOAOMPANH TaKUM 00pasom,
9T00BI HaMbOJIee MHTEHCUBHBIE MTUKH MPUXOIUINCE
HA CepefuHy IIMKaIbl. PerucrpupyeMblii 3a OIHY
CHEMKY YIJIOBOM JHANA30H COCTABIAI HEMHOTHM 60-
aee 40°.

s cpaBHEHHA MEKIIOCKOCTHBIX PACCTOSHUM
¥ WHTEHCHUBHOCTEH MU(PPAKITHMOHHBIX MUKOB JKCIIE-
PUMEHTAIBHBIX CIEKTPOB ¥ COOTBETCTBYIOIUX JTAH-
HBIX JIJIs1 CTAHJAPTOB Yallle BCeTo IPUMEHAI0T METO
XanaBanbTa, MPHU KOTOPOM COEIWHEHUS OTOHPAIOT

o TpeMm Haubo/iee HHTEHCUBHBIM IukaMm [6]. Peru-
CTPHUPOBAJIM TPH CAMBIX WHTEHCUBHBIX TUQPAKIIH-
OHHBIX IMHMKA, OTBEYAIOIIUX CHHTE3UPyeMOu ase.
Bo Bcex ciayuasx, kpome JK®]I, 66110 mocTraTouso
omHOM cheMku. Ilpu sTOM BpeMs I IOJIyYeHUS
OKCIIEPUMEHTATIbHBIX TAaHHBIX (I.[Ba YTJIOBBIX guaria-
30HA) cOCTaBIAIO0 He 6omee 10 MuH.

IlocKoMbKYy yroa yCTAHOBKM PEHTTE€HOBCKOM
TpyOKHU GBI IIOCTOSTHEH, PEHTTEeHOOIITHYECKAs CXeMa
nudppaKToMeTpa COOTBETCTBOBAIA (DOKYCHPYIOIIEH
cxeme bparra — BpenTano TOJIBKO AT OJHOTO yriia
CKOJIbJKEHHS (, paBHOro yriy audparmuu 01 (cwm.
puc. 1). HepasencrBo yriios a u 62 NpUBOIHAT K CMe-
IOI€eHUI0 ITMKOB, M3MEHEHHIO HX (bOpMBI U OTHOCH-
TEeJIbHON MHTEHCHUBHOCTH.

O6cy:xneHue pe3yabTaToOB

Ha puc. 2 npuBeneHbl SKCIEPUMEHTAIbHBIE U
TeOpeTHYECKHue CIEKTPhI HCCiIenayeMbix ¢ocdaros.
BeprukanbHbIMU TUHAIME 0003HAYEHBI TUMPAKITH-
OHHbIE UKW, JJI KOTOPBIX MPOBOAWIN CPABHEHUE
YIJVIOBBIX IIOJIOMKEHUM C TEOPETHUECKH PACCUNTAHHBI-
Mu. ¥YcioBus monydenus cruekrpos: ['A, B- u a-TK®D,
JK®]I (cMm. puc. 2, u, k) — yriabl yCTAHOBKH PEHTTE-
HOBCKOI TpyOKu u merexropa — 20 u 25°, mienp —
0,3 MM, skcmosuiua — 300 ¢; KD (cm. puc. 2,
21¢, 3) — YTJbl YCTAHOBKH PEHTTEHOBCKOH TPYOKH
u getekropa — 5 u 25° menpr — 0,3 MM, 5KCIO3H-
st — 300 ¢; OK® — yriabl ycTaHOBKH PEHTTEHOB-
CKOMl TpyOkum m merekTtopa — 5 m 20°, menp —
0,2 MM, sxcrosuriusas — 600 c.

Bupgnao, uro oTHOCHUTENBHBIE HWHTEHCHBHOCTHU
mudpaknuonubix nmukoB ['A u B-TH® xoporiio
COIJIACYIOTCS MKy cob0i, Xy/lliee COBIAIeHIe Ha-
OJr0[1aeTCcs Ha KPaeBbIX yUuacTKax CIIeKTPoB. Bmecre
C TeM YIJIOBbIe IIOJIO:KEHWUS MHKOB (cM. Tabi. 2)
CYLIECTBEHHO OTJIMYAIOTCA OT TEOPETUIECKUX.
OrMeruM, 9YTO B HEKOTOPBIX CJIy4asX BMECTO CTe-
xuoMmeTpuyeckoro I'A Mo:keT 00pas3soBBIBATHCS
armatuTHaag asa ¢ AePUIUTOM 110 KAIBIUIO
Ca; _,(HPO,),(POys_,(OH),_, (0<x<1) [22, 23],
KOoTOpad XapaKTepU3yeTCi OYeHb ITUPOKUMH JH-
(bpaKIHMOHHBIMY TUKAMH.

Ta6auma 1. ITepcrekTuBuble ocharsl Kaablusa U HAUO0-
Jiee 4acTo BCTpedarolnecs mpumMecHbie ¢gaser [11 — 21]

Table 1. Advanced calcium phosphates and the most com-
mon impurity phases [11 — 21]

Coenmnnenre IIpumecubre dasbr

TA B-Ca,(PO,),, Ca,(PO,),0, Ca0, CaCO,

B-TK® a-Cay(POy),, B-Ca,P,0,
a-TK® B-Cay(PO,),, B-CayP,0,, a-Ca,P,0,
JE®]T a-Cag(PO,),, CaHPO,

OK® Ca,,(PO,(OH),, CaHPO,, CaHPO, - 2H,0,
a-Cag(POy),
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Puc. 2. OKcnepuMeHTAIbHBIA U TeOpeTHdYecKuil peHTrenoaudpakiuonusie ciexrpsl ['A (a, 6), B-TKD (6, 2), a-TK® (0, e),
IK®I (orc — k) u OKD (12, M) coOTBETCTBEHHO

Fig. 2. Experimental and theoretical x-ray diffraction patterns of HA (a, b), B-TCP (c, d), a-TCP (e, f), DCPD (g —j), and OCP
(k, 1), respectively

Ha penTrenonudpakiinoHHbBIX CIIEKTPax obpas- [JIOIIEHHOW BOAbI (00pasilbl CHIBLHO aacopOHpYyIOT
moB a-TK® orcyrcrBOBanmu xapakTepHbIe ITHKH. BOAY U3 OKPYIKAIOIIEH Cpenbl) IOATBEPIUIHA NAH-
Okasanock, 4TO HA MIOBEPXHOCTH HOPOIIKoB a-THK® uble MK-ceKTpocKomny ¥ IIO/Iy4eHHbIH [I0C/Ie Ha-
obpasyeTcs IUIEHKA, 4epes KOTOPYI0 He MIPOXOIUT rpesa (70° C) HEOOXOAMMBIM PEHTTeHOTU(PAKITHOH-

IIUHHOBOJIHOBOE H3iIydeHme xpoma. Hammawe mo- Hbl ciekTp. Kpome toro, nina a-TK® nabmogaercs
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Ta6mauma 2. YrioBble MOJOKEHNUS W OTHOCHTEIbHbIE MHTEHCUBHOCTH Haubojiee CHIbHBIX MU(PAKIIMOHHBIX IIUKOB HUCCIEIye-

MBIX 06pasIoB

Table 2. Angular positions and relative intensities of the strongest diffraction peaks

JKCIIepUMEeHTAIbHBIE TaHHbIe

Teoperuueckoe yrioBoe

OTKIIOHEHWE B YIIIOBOM

Obpasen YrioBoe TosoxeHue THKA, TPajl. OTHOCHTenbHAA HHTEHCUBHOCTD, %  1O/MOKEHHE IIHKA, TpaJl  IOJN0KEHHH IIHKA, Ipaj.
TA 37,87 28 38,85 +0,98
42,57 17 42,33 0,24
47,47 100 48,06 +0,59
48,20 47 48,67 +0,47
49,44 59 49,86 +0,42
51,38 23 51,62 +0,24
59,91 26 60,87 +0,96
B-TK® 37,81 24 38,69 +0,88
40,89 54 41,83 +0,94
46,29 100 46,82 +0,53
48,76 21 49,05 +0,31
51,94 73 52,06 +0,12
a-TKD 32,31 18 33,16 +0,85
33,32 24 34,11 +0,79
33,56 34 34,30 +0,74
35,10 35 36,17 +1,07
35,40 60 36,34 +0,94
44,12 16 44,73 +0,61
45,22 13 45,79 +0,57
45,86 93 46,35 +0,49
46,79 22 47,21 +0,42
48,21 12 48,51 +0,30
51,78 100 51,85 +0,07
52,36 24 52,26 -0,10
32,31 18 33,16 +0,85
OK®[ 17,06 100 17,35 +0,29
30,51 38 31,36 +0,85
43,17 100 44,16 +0,99
51,57 24 51,76 +0,19
62,63 24 63,67 +1,04
OK®D 7,47 100 7,04 -0,43
13,93 16 14,02 +0,09
14,26 17 14,58 +0,32
23,59 7 24,00 +0,41
34,42 53 39,19 +0,77

0O0JIBIIIOE OTKJIOHEHHE B HHTEHCUBHOCTIX AH(pPaK-
[IMOHHBIX [TUKOB U B KX YTJIOBBIX IIOJIOKEHUIX OTHO-
CHUTEJILHO TEOPETHUECKUX 3HAUCHUH.

B cayuae JKI P masa perucrpanvii MHTEHCHUB-
HBIX IIMKOB IIPOBEJIH J[BE CheMKH. BhIABMIH CyIIiecT-
BEHHOE OT/IMYME B WHTEHCHBHOCTIX 3aPETrHCTPHUPO-
BAHHBIX AUQPPAKIHOHHLIX ITHKOB M TEOPETUYECKHUX
[24]. Ilnacrunuaras ¢opMa KPHUCTAIIOB OPYILIHTA
MPUBOIUAT K TOMY, YTO HA CHEKTPAX IIPOSBIISETCS
SPKO BBIPAKEHHASA MPEAIOYTUTEIbHAS OPUEHTAIUA

KPUCTAJLTUTOB, KOTOpas TPyAHO ycrpanuma. OTKIo-
HEHUs YIJIOBBIX IOJOMKEHHH AU(PAKIIUOHHBIX IIH-
KOB BeCbMa 3HAQYUTEJIbHBI.

Ha penrrenogudpakiuonrnom crexkrpe OKD
[IPUCYTCTBYET MPAKTUIECKH eIUHCTBEHHbBIA WHTEH-
CHBHBIN IIMK, HAXOIAIIUMICI B 001acTu Majiabix (8°)
yrnoB. Ilukwm, pacmonosxkenubie B ob6mactu 40°,
XapaKTepu3yrnTCiad sHAYUTEJIbHbIM HECOOTBETCTBHUEM
¢ TeoperwdyeckuM CrekTpoM. OTKIOHEHHUs yII0BBIX
MTOJTO/KEHUH TUPPAKITHUOHHBIX ITUKOB TAKKE BEIUKH.
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Puc. 3. Peurrenonudparnuonusie cuexrpsl B-TKD (2), TA
(3) m ux cmecn (1)

Fig. 3. X-ray diffraction patterns of B-TCP (2), HA (3), and
their mixture (1)

s uneHTH(UKAIINNT XUMAIECKUX COETUHEeHUH
IOIyCKaeMoe OTKJIOHEHHEe OT CTAaHAApPTHBHIX 3HaYe-
HuHM mokHOo cocraBaath 0,2 —0,5°. IlosTomy mpu
peuTreHoda30BOM aHAIM3e HCIIOJIb30BaINd HE CTaH-
JapTHBIM TIOAXO], BKIIOUAIONIUMN TOJIydeHUEe MEesK-
IUIOCKOCTHBIX PACCTOSAHUN (WMIM YIJIOBBIX IIOJIO-
SKeHHUH MU(PAKIIHOHHBIX ITMKOB) U OTHOCHUTEIbHBIX
WHTEHCUBHOCTEH 3aperuCTPUPOBAHHBIX TUQPAKIIH-
OHHBIX ITHUKOB C ITOCJIEIYIOIIHM CpaBHEHUEM CO CTaH-
mapramMu 6asbl JAHHBIX, 8 METO][ HAJIOMKEHUA PEHT-
reHoauPaKIIMOHHBIX CIIEKTPOB. B aToM ciyuae ka-
nubpoBKa mpubopa HeobsszarenbHa. Pentremonud-
PAKIIHOHHBIE CIIEKTPBI MOTYT OBITH COIOCTABJIEHBI B
KOOpAMHATAaX KaHAJ — HHTEHCUBHOCTb.

Ina peanusaruu MeTo[a HAIOKEHHS HEO6XO-
OAMO WMETh PEHTTeHOAN(PPAKIMOHHBIE CIIEKTPHI
YHUCTBIX 00PA3I0B M BO3MOMKHBIX IPHMECHBIX has,
3apEeruCTPUPOBAHHbBIE TIPU OJHUX U TEX JKe SKCIIEePH-
MEHTAJIBHBIX YCIOBUAX (YIIbl yCTAHOBKMA pPEHTTE-
HOBCKO#U TPYOKM U IETEKTOpA, HAPSIKEHNUEe U TOK HA
Tpy6ke u ap.). IlockonbKy B Hamem ciydae KOIU-
YeCTBO WCCIEeLyeMbIX 00pasiioB ¥ IPHUMECHBIX (a3
HEBEJIMKO, HAOOp YIVIOBBIX IIOJOKEHHWH TPYOKH W
IETEeKTOpa, IIPH KOTOPBLIX PETHCTPUPYIOTCA MakK-
CUMAaJbHbIe TU(MPAKIIMOHHBIE MUKW, TAKKe Orpa-
HUYEH.

Ha puc. 3 npusenenn! cuextpsl 3-TH®, I'A u ux
cmecHu, Ha puc. 4 — crnexrpsl B-TK® ¢ mpumecsio
6era-ntupodocdara ranbiusa, B-TKD 6e3 npumecu u
6era-mupodocara kKambiusa. CTperkaMu IOKa3aHbl
nudpakmuonubie kK ['A u Gera-mupodocdara

Hurencn BHOCTE, HMIIL

HHTCHCHBHOCTB, HMIL. [ 2000
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Puc. 4. Peurrenopudparimonnsie criexkrps! f-TK® ¢ mpu-
Mechbio 6era-nmpodocdara kanbrua (1), B-TH® 6es nmpume-
ceit (2) u 6era-nmupodocdara Kambius (3)

Fig. 4. X-ray diffraction patterns of B-TCP with admixture
of calcium beta-pyrophosphate (1), B-TCP without admix-
tures (2), calcium beta-pyrophosphate (3)

KaJabIlUsd COOTBETCTBEHHO, KOTOpPbI€ IIPHUCYTCTBYIOT
Ha CMeCeBBbIX CIIEKTpax W He COBIAAAIOT C IIMKaMH
B-TK®.

3akJIrouyeHue

Takum 00pa3oM, TPOBENEHHbIE KCCIEIOBAHUI
MMOKA3aJIH, YTO IIPU (Pa30BOM KOHTPOJIE IIEPCIIEKTUB-
HBIX (pocdaTOB KAIBIUA C UCIOIb30BAHUEM PEHTTE-
HOBCKOTO IU(PPaKTOMETPa ¢ U30THYTHIM ITO3UITHOH-
HO-4yBCTBHTEJBHBIM JeTeKTOpoM Hambosee sddex-
THBEH METO]] TPadyuyecKoro HAIOKEHHS SKCIIepHU-
MEHTATHHBIX PEHTTEeHOIU(PPAKIIHIOHHBIX CIIEKTPOB U
CIIEKTPOB STAJIOHHBIX 00PA3I[0B M BO3MOKHBIX IIPH-
MecHbIX (pa3. Ero ucmonrs3oBanme mo3BoafeT onepa-
THUBHO KOHTPOJIHUPOBATH S(PPEKTUBHOCTH CHHTE3a
COeAMHEHU U HATWJINEe B HEM IIPHMECHBIX (as.
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HUPTIIC CO PAH opranusoBan Ha 6a3e TpyImbI
xnagocroiikoctu fIKyrckoro gumuama CubUPCKOTO
ornenenusa IlocranoBienmem AxameMun HayK
CCCP ot 14 maa 1970 r. B COOTBETCTBUH C PEIIEHH-
eMm 'ockomurera Comuna CCCP mo Hayke u TexHu-
Ke 1o mpexacraBienuto Cubupcroro ormemenus AH
CCCP (mocramosnenne Ilpesumgmyma Cubupcroro
ormenenusa AH CCCP or 18.11.1969 r.).

B pasubie nepuoast MHCTUTYT BO3TIABIAINA W3-
BECTHBIE JIeATeNN HAYKU — IPOoeccop, J0KTOp TexX-
unueckux Hayk H. C. Wsamos, akamemumr PAH
H. B. Uepckuii, umen-xoppecmoumesr PAH
I0. C. ¥pxymres, akamemurx PAH B. I1. Jlapuomos,
mpodreccop, moxrop texumuecknx Hayk O. U. Cren-
1oB, wien-koppecrnougear PAH M. II. Jle6exmes,
noxrop Texanueckux Hayk K. I'. Crapoctum.

Ilocranornenuem [Ipesunuyma PAH ot 9 utons
2009 r. HWHcrtutyry (PUBHKO-TEXHUYECKHX IIPO-
o6mem Cesepa CO PAH npucBoeHo mms akajeMuka
B. II. JIapuonosa.

HNOTIIC CO PAH B 2019 r. BCTynmui B HOBYIO
¢asy cBoero passurms — Boiien B PemepasbHbIi
WCCIEIOBATENbCKAM HEHTP «fIKyTCKMi Hay4IHbIN
nentp Cubupcroro ormenenus Poccuiickoi akame-
vMunr Hayk». OcHOBHasa meaTenbHOCTH HHcTHTyTa
MO-TIPeKHEMY HAIPABJIeHA Ha BBIMOJHEeHWE (QyHaa-
MEHTAIBHBIX HAYYHBIX WCCIEMOBAHWN W TPUKIA]-
HBIX PaspaboTOK B 00JaCTH (PU3UKOXHUMHUH, TEXHO-
JIOTUM ¥ MEXaHWKH MATEePUasioB, (DU3MKO-TEXHHYE-

CKHX TPO0JIeM DHEPTeTHKU U TEeIIOMACCOIIEPEeHOCca,
a TakKe TUIPOMETEOPOIOTHH.

B macrosiee Bpems ocoboe BHUMAHHE YIEIEHO
CO3[IAHUI0 TEXHOJIOTHH TOIyYeHHUs U UCCIEOBAHUIO
MOBEIeHNUA MePCHeKTUBHbIX MaTepuasoB miasd Cese-
pa, TOBBIIIEHUIO IPOYHOCTH, XJIAJAOCTOMKOCTH U
6€30MMaCHOCTH KOHCTPYKIIHH, SKCIUIYATHPYIOIIHNXCS
B yciaoBusax Aprruku u CyOapKTHKH, TeopeThie-
CKHM ¥ SKCIEPHUMEHTAIbHBIM HCCIEJOBAHUAM IIPO-
IIECCOB TEILIOMACCOIIEPEHOCA TIPU B3aWMOIEUCTBUN
MPUPOHBIX CUCTEM U TEXHUYECKUX O0BEKTOB B HKC-
TPEMATBbHBIX KIUMATHIECKUX YCIOBHUAX, HATEIKHO-
CTH DHEPreTUYECKHUX CHCTEM, BKII0YAS WHTEIIEKTY-
albHbIE CeTH, pPa3paboTKe TreouH(OPMAIIMOHHBIX
TEXHOJIOTUH JJIA PEeIIeHnus 3a7ad TPUPOIHO-TEXHO-
rexHoit 6esonacuoctu Pecry6muku Caxa (AxyTwus).

B crpykrypy WHcTHTyTAa BXOmAT AEBATH HAy4-
HBIX 0Te7I0B U L[eHTp KOIeKTHBHOTO IT0JIh30BaHU
«CraHIuA HU3KOTEMIEPATYPHBIX HATYPHBIX HCIIHI-
Tauuii». B omdene ceapru u memannypzuu paspa-
06aTHIBAIOT TEOPETHIECKHEe OCHOBBI M ITPOBOAAT Ha-
VUHYI0 ampo0anuio TEeXHOJOTUH CO3JaHUd HOBBIX
IIOKOJIeHUH XJIaJOCTOMKUX U BBICOKOIIPOYHBIX MarTe-
pUAaiioB U HEpa3hbeMHBIX COEUHEHUH 71 PaboThI B
yenosusix Cesepa. B omdene ¢pusuroxumuu mame-
puanos u mexHoaozull CO3MAIOT KOHCTPYKTHB-
HO-TEXHOJIOTHUYECKHE OCHOBBI ¥ COBEPIIEHCTBYIOT
MEeTOMbl ¥ CPEeiCTBa TEXHHYECKOH [AHATHOCTHUKH,
obecrieunBaloIre HAMEeKHOCTD, SKCIULYaATAITHOHHY O
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IIPOYHOCTh U PEeCcypc CBAPHBIX COETUHEHUU JTUHEeH-
HBIX COOPY’KeHHUU IIPU HUBKUX KINMATHIECKUX TeM-
neparypax. B omdene modeauposarnus npoyeccos
paspyuienus TPOBOAIAT TEOPETHYECKOe, SKCIIepH-
MEHTAJIbHOE W YHUCIEHHOE MOJEeIMPOBAHUE IIPOIEC-
COB HAKOILJIEHWS TIOBPEKICHUN UM paspyIlIeHus Ma-
TEpUANIOB, JIEMEHTOB KOHCTPYKIMI ¥ Y3JI0B Ma-
I[IIUH, SKCIUIyaTUPYEMBbIX B 3KCTPEMAJIbHBIX YCIOBH-
sax Aprrukn u CyOapKTuKH, paspabarbIiBalOT OCHO-
BbI TEOPUHU HU3KOTEMIIEPATYPHOTO BI3KOXPYITKOTO
mmepexonga, TEeXHOJIOTHHW IIOJNy4YeHHusI MaTepuasios,
HAXOJAIIMXCS B CyOMHUKPOCTPYKTYPHOM COCTOSHUH.
Omden mamepuanosedenus TPOBOTAT (PyHIAMEH-
TaJbHbIE U IPUKIAJHbIE WCCIEMOBAHMI B 00IaCTH
pa3paboTKu CBOMCTB KOHCTPYKIIMOHHBIX H (DYHK-
[MOHAIBHBIX MATEPHUAIIOB, BKIOUYAS IIOPOIIKOBbIE U
KOMIIO3UIIMOHHBIE, a TAKKEe HCIIOJIb30BAHUA BBICO-
K03(p(PEeKTUBHBIX TEXHOJIOTHH ITOBBIIMIEHUS HX KC-
IUIyaTalluOHHBIX CBOUCTB. B omdene mexanuxu u
besonacrocmu KOHCMpPyKyull paspabarhiBalOT Me-
TOJbI OLEHKH XJIAJ0CTOMKOCTH, HAMEIKHOCTH U 6e30-
ITIaCHOCTHU 6OJII)H_II/IX MEXaHU4YEeCKUX CHCTEeM IIyTeM
rcceoBanus (PU3MIECKOM TIPUPOIBLI U 3aKOHOMEP-
HOCTEH IIPOIIecCOB [e(pOPMHUPOBAHUSA U PA3PYILIEHHUS
C y4eTOM JAerpajalnuy OCHOBHBIX CBOHCTB U CTPYK-
TypHO-()A30BBIX COCTOSTHHH MeTaylsia MPU JIUTEb-
HOU 9KcIuryaTanuu B yeiaoBusx Cesepa.

Omaen npobaem sHepzemuku 3aHUMAETCI Pas-
paboTKOM METOAMIECKUX OX0/I0B U HHCTPYMEHTOB
IJIs  WCCIEeNOBAHUSA B3aUMOCBSI3ed B IIpolieccax
pPasBUTHSA SHEPTEeTHUKH, SKOHOMHKHA U COLIMAIHHOMN
cpepnr Peciybimuku Caxa (AxyTus), IpoBOIuT KOM-
IJIEKCHBIE HCCIEIOBAHUA B3aWMOJAEHCTBHUS OOBEK-
TOB TOIUIMBHO-9HEPTETHYECKOTO KOMILIEKCA C OKPY-
JKAIOIIeH Cpeqoil B 9KCTPEMAaIbHBIX IPUPOHO-KIIH-
maruueckux ycinosuax Cesepa. B omdene snexmpo-
AdHepzemMUKU TIPOBOAAT KOMILJIEKCHBIE WCCIEI0Ba-
HUS TOBBINIEHUA YKCIUIYATAIMOHHON HAIEeKHOCTH,
JKUBYYECTH ¥ 6E30IIaCHOCTH CHUCTEM 3JIEKTPO- U Tell-
mocuabxenus CeBepa, paspabaThIBAIOT TPUHITUITHI
¥ cpenacTBa obeclieyeHus SKCIUIyaTAIlMOHHOW Ha-
NEKHOCTH, YIPABISIEMOCTH U KUBYYECTH OCHOBHOM
DIIEKTPUYECKON CEeTH CeBEPHOIO HAIPABJIEHHS.

Omaden mensomaccoobMeHHbLX NPOYeccos BbI-
[IOJIHSET TEOPeTHYEeCKHe U JKCIIePUMEHTATbHbIE
WCCIIEJIOBAHMUS IIPOIECCOB TEIIO- W MACCOIIEPeH0ca
¢ (ha30BBIMU TIEPEX0aMHU TIOPOBOM BOJBI, (POPMHUPO-
BaHUA HATPIIKEHHO-1e()OPMUPOBAHHOTO COCTOSHUS
MATEpPHAJIOB P B3aUMOJEHCTBUH IPUPOJHBIX CHC-
TeM U TeXHUIECKUX 00BHEKTOB.

B omadene zeourngpopmamuru pasBuBaOT HAyU-
HO-METOUYECKHE OCHOBBI OIEHKH WM IIPOTHO3UPOBA-
HUS COCTOSHHS TPUPOMHON CPeIbl U TEXHUYECKUX
CucCTeM Jid CHHMKEHUSd PUCKa U HOCJIeI[CTBPII;'I qpes-
BBIYAWHBIX CHUTYAlMi HA OCHOBE KOMILIEKCHOTO HC-
II0JIb30BaHUA I‘eOI/IH(bOpMaI_II/IOHHLIX TeXHOJIOTHUH.

Ilenrp KomrekTuBHOTrO mOIb3oBauus «CraHius
HU3KOTEeMIIepaTyYPHBIX HATYPHBIX HUCIIBITAHUH» pe-

JIOCTaBIISIET BO3MOMKHOCTD KCIIOJIb30BAHUA 000PYI0-
BaHUsA ¥ TPHUOOPOB I IPOBEAEHUS HAYIHO-UCCIIe-
OBATEIbCKUX pPaboT Ha BBICOKOM TEXHUYECKOM
YPOBHE, TPOBOIUT IEHTPAIU30BAHHOE OOCIIYKH-
BaHWE W TEXHUYECKYI0 IIOIIEP:KKy IIpubOpoB u
000pymoBaHusd, a TaKKe CO3JaeT W OCHAIAeT KOM-
IUIEKCHBIE ITOJINTOHBI [JIA IIPOBENEHUA HATYPHBIX
WCIBITAHUH Y3JI0B, JETANeH TeXHUKH, DHIEMEHTOB
KOHCTPYKITHH, Pa3INYHBIX MATEPHAIIOB H HOBBIX
TEXHOJIOTHH B YCJIOBUIX €CTECTBEHHBIX TEMIIEPATYP
Kpaiinero Cesepa, paspabaTbiBaeT U ampoOHpyer
MEeTOMbl WCIBITAHUN BJIEeMEHTOB KOHCTPYKIIMH ¥
MaTepHUajiOB TPH €eCTeCTBEHHBIX HHU3KHX TeMIle-
parypax.

HUSTIIC CO PAH umeer TecHbIe CBA3HU C HAYU-
HBIMH U IIPOU3BO/ICTBEHHBIMHU OPTaHU3AIUAME, PaC-
MIOJIOKEHHBIMH B JIATFHEBOCTOUHOM PETHOHE U II0
Bceit Poccun, B mepByro ouepens ¢ MucTuTyTOM CHIC-
Tem sHepretuku um. JI. A. MemenrreBa CO PAH,
HucruryroM (hUBUKN MPOYHOCTH U MATEPUATIOBEIe-
uust CO PAH, Uuacruryrom remnodusuru CO PAH,
CoernuaibHBIM  HAYYHO-TEXHOJOTUIECKHUM  OIOPO
«Hayra» UuCTHTYyTa BHIMUCIUTENHHBIX TEXHOIOTHH
CO PAH, UnHcTuTyTOM TEOPETHUECKOH U TIPUKIAN-
Hoit mexauuku uM. C. A. Xpucruaunosuua CO PAH,
Hayuno-umxenepunsiv nearpom «HamesxHoCTs 1 pe-
cypc Oompinux cumcrem u Mamwmea» YpO PAH,
®usuko-rexuuaeckuM uHCTUTYTOM M. A. ©. Hod-
de PAH, MuaCcTHUTYyTOM 5HEPreTHYECKHUX HCCIIeI0Ba-
uuii PAH, PerumonanbHbIM HayYHO-TEXHHUYECKAM
coBeroM «CBapKa, poJICTBEHHBIE IPOIIECCHI X TEXHO-
smorun», AO «H(popMaInOHHBIE CITyTHUKOBBIE CHC-
TeMbl» UMeHH akanemMura M. ®. Pemernésa» — Be-
OyIuM mpeanpuaTueM Poccuu MO CO3TAHHUIO KOC-
mudeckux annapatoB, CBOY um. M. K. Ammocosa
u gp. lloamepsxuBaroTca MeKAyHAPOIHBIE CBA3U
¢ Hucruryrom texmuueckoi remnodusukn HAH
YEpauubl, JHEPreTHIECKUM HHCTUTYTOM MOHTO/IB-
CKOTO TOCyZapCTBEHHOTO yHHBepcurera Hayku u
Texuomorun, Kwuraiicko-Poccuiickum  11eHTpOM
30HBI BBICOKHX M HOBBIX TexHojoruil (r. dmbpraii),
CrpourenpHO-TIpOeKTHOM KoMmmauuel «Beijing Hao
Hangro Architecnical Design» kopmopariuu «Global
space construction» (r. Ilekun), AnMunucTpamuein
r. [{uca Kuraiickoit Haponpmoit Pecmyb6auku, Xap-
OMHCKMM TEXHOJIOTHYECKHM HHCTUTYTOM, MuHCKAM
TOCYIapCTBEHHBIM TEXHOJIOTHYECKUM YHHUBEPCUTE-
tom (Pectiy6iuka Bemapycs) u ap.

3a BpeMmMA cBoero cyuiectBoBauHua MHCTUTYT
MIPOIIIeJI CIABHBIN IIyTh B HAYKe, 4 BHEIPEHHe Hayd-
HBIX JOCTH;KEHHUU B IIPOU3BOJACTBO B YCIOBUAX IKC-
TPeMAaJIbHBIX KINMATUYECKUX TEMIEpaTyp Oajio
MOIIHBIA TOJTYOK PA3BUTHIO MPOMBIILIEHHOCTH U
MH(PACTPYKTYPHI BCETO CEBEPHOTO pernoHa. B yacr-
HOCTH, 3HAYUTENIbHbIE HAYIHbIE MOCTHKEHUI B (DU-
3UYECKOM MAaTEePHUATOBEIEHUH U IIPOYHOCTU Mare-
pHATIOB € YYETOM TEePMOKMHETHYECKHX W TepMoje-
hopMaITMOHHBIX MPOIIECCOB BI3KOXPYIIKOTO IIepe-
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X0/Ia KOHCTPYKIIMOHHBIX MATEPUAIOB HPH (QPIYKTY-
alyu  TeMIepaTrypbl cpenbl, (QyHIaMeHTAIbHbIE
pesynbpTaTel B 00JaCTH (PUBUUIECKOTO MaTepHaso-
BEeHHs, METAIYPIMH W KHUHETHKH CBAPOYHBIX
MPOIIECCOB TIOCHY:KWJIM OCHOBOHM [ UIMPOKOTO
KJIacca TeXHOJIOTHYECKUX PEIeHNH, HAIPaBIeHHbBIX
Ha obecrieueHue 6€30MACHOCTH U Pecypca MalluH U
KOHCTPYKIIMH, IpelHA3HAYEHHbIX [JI SKCILIya-
TaIUU B 9KCTPEMATBHBIX KIUMATHIECKUX YCIOBHUIX.
Bce 310 1103BOSMIMIIO BECTH CTPOUTEIHCTBO IIEPBOTO
B MHpE Ta3oIpoBOJa B YCIOBHAX MHOTOJETHEMN
MEpP3JIOTHI.

W3 pocrmxkenwnit macturyra B mepuon CCCP
clenyeT OTMETUTH ciemyiomue: B 1969 r. oTKpBITO
«CBOHMCTBO MPUPOIHBIX TA30B HAXOMAUTHCI B 36MHO
KOpe B TBEPJOM COCTOSTHHH U 0OpPasoBBIBATH Ta30-
rugpaTtaeie 3amexun» (wi.-xkopp. CO AH CCCP
H. B. Yepckuii, akanemuxu AH CCCP A. A. Tpodu-
myk, CO AH CCCP B. I'. BacunbeB, axkageMmuru
®. A. Tpebun, 10. ®. Maxkoron); B 1971 r. 3a «Ariac
Anraprrurku» ['ocymapcreBenmyio mpemuio CCCP
nosyguna A-p reorp. Hayk [1. A. Illymckuii; 8 1987 .
OTKPBITO «CBOMCTBO CEHCMOTEKTOHUYIECKUX IIPOIIEC-
COB ITpeo6pasoBhIBATH OPTAHUIECKOE BEIeCTBO Oca-
IOYHBIX TOPHBIX mopoxa» (akamemuru A. A. Tpodu-
myk, H. B. Uepckuii, moxkropa Texu. Hayk B. II. Ia-
pes, T. U. Copoxro); B 1984 r. 3a pabory «Hccremo-
BaHWe IMPUPOABI XOJOAHBIX TPEIIUH U PaspaboTKy
TEXHOJIOTUYM CBapKU HUBKOJETMPOBAHHBIX CTayel
IIpU HUBKHUX TeMmiepartypax» lIpemuio JleHuHckoro
KOMCOMOJIa TOMydua mpod., n-p Texa. nayk O. U.
Cienios; B 1986 r. 3a pabory «PaspaboTka u BHe-
IpeHre MPOrPECCHBHBIX CBAPOYHBIX IIPOIECCOB U
BBICOKOO(P(PEeKTUBHBIX KOHCTPYKIITMOHHBIX CBApPOU-
HBIX MATEPUAJIOB, TI03BOJIAIONINX U3TOTOBIATH B TH-
JKEJIOM CBApOYHOM MAIIMHOCTPOEHHUM KpyITHOrada-
puTHBIE CBapHbIe KOHCTPyKImu» Ilpemwuio Cosera
Musnucrtpor CCCP mo Hayke ¥ TeXHUKE IOJIYYHII
axagemuk B. I1. JlapuonoB).

B poccuiickuii mepuos rocysapcTBeHHbIE HArpa-
bl BPYYaJINCh COTPYAHUKAM HHCTUTYTa COBMECTHO
¢ yYeHBIMH U3 Apyrux oprammsanuii. B 2004 r. 3a
pabory «PaspaboTka crameii HOBOTO ITOKOJIEHHUS C
WCIIOTb30BAHUEM IIPUPOAHO-JIETUPOBAHHBIX  PYI
XanuI0BCKOTO MECTOPOKIEHUA I OTBETCTBEHHBIX
MeTa/TOKOHCTpYKImii» Ilpemusa IlpaBurenbcTBa
P® npucy:xnena akagemuxky PAH B. I1. Jlapuonosy
(mocmeptHo), B 2008 1. 3a pabory «Paspaborka Ha-
YYHBIX OCHOB CO3/IaHWs, BHEIPEHUS U IOBBIIICHUA
pecypca  BBICOKOIPOYHBIX KOPPO3UOHHO-CTOMKUX
XJIAJJOCTOUKUX W KPUOTEHHBIX CTAJIeH I KOHCTPYK-
[WH OTBETCTBEHHOTO HazHadyeHus» [Ipemus [IpaBu-
tenbcTBa PO Bpyuena npodeccopy O. U. Caemnmosy.

3a mocnemHHWE TOABI MHOTHE COTPYIHUKH
HUSTIIC CO PAH monyuniu rocygapCTBEeHHbBIE Ha-
rpazsl, rociipemuu PC(f) B o6acTr HAyKH ¥ TEXHH-
KH, TIOYeTHBbIe rpamMoThl MuHHCTEpPCTBA HAYKH U
BeIciiero obopasopanus P®, Poccuiickoii akagemun

Hayk, Ilpesunenta u I'maser PC(§), gpyrux mMunu-
crepctB u BemomcTtB. B 2019 r. mpod., A-p TexH.
Hayk H. A. Ilerpos Harpasknen [Ipemueit PAH uwm.
I'. M. KpsmxaHoBCKOTO.

B nmocneguue roger 8 UOTIIC CO PAH momy-
YeHbl (PyHIAMEHTAJIbHBIE PEe3yJIbTAThI B 06JaCTH
MEXaHUKH PaspyIlIeHUs, TEXHOJIOTHH YIPOUHEHHUST
KOHCTPYKITHOHHBIX CTajiel, MOAU(PHUKAIINN XJIaI0-
CTOMKHUX CcTajled TYyrolJaBKUMH U peaKo3eMellb-
HBIMU [00aBKaMM, HAHOMOIU(MUKAIIMH KOMITO3HUIIH-
OHHBIX MarepuaioB. [lokazaHo, YTO B YCIOBHUAX
HHUBKHAX KJIMMATHYECKHX TeMIIepaTyp Ha IIpOoIecc
HAKOIUIEHUA IMOBPEKIEHHOCTH B METAIIaX 3HAYH-
TeJIbHOE BIUAHUE OKa3bIBAET CHIKEHUE IJIACTHYHO-
CTH MaTepHana, u3MepseMoe BeJTHUYMHOH YIapHOH
Ba3kocTu. TakuMm oO6pasoM, HANPAKEHHO-Ie(opMu-
POBaHHOE COCTOSHUE 3JIEMEHTOB METAIOKOHCTPYK-
IWH CTAHOBUTCA B3HAYUTENHHO 00jee IKECTKUM
BCIEACTBHE HUBKUX KINMATHIECKUX TEMIEepaTyp
SKCILULyaTallu, KOrja B IPUMEHIEMbBIX CTAIIX C
OLIK-cTpyKTypOo# MPOMCXOAUT BA3KOXPYIKUU IIepe-
xop. IlpenmoskeH MeToq OLIEHKH pecypca MeTasyio-
KOHCTPYKITHI, OCHOBAHHBIH HA OIpefeeHUH yaap-
HOI BSI3KOCTH ¥ KJIMMATUIECKUX JaHHBIX O CpeIHeH
TeMIeparype SKCILUIyaTaluu 0 MecdaiiaMm.

Paspaborana mojenh OIEHKH BIHIHUSI HU3KUX
TeMIepaTryp M BOIOPOAa HA IPOIECC HAKOILICHHUS
TMIOBPEKIEHNM, YINTHIBAIOIAd aKTUBAIMOHHBIN Xa-
pakKTep XpYOKOTro paspylieHua. Pacuer mnorasan
CHUJIBHYI0O B3aBHCHMOCTb TeMIA HAKOILUIEHWS IIO-
BPEKIEHUH OT YPOBHS HANPSKEHHUH, COMepP:KaHUs
Bogopora u Temireparypbl. OCOOEHHO OHACHBIM
MIPEJICTABIAETCA COUYETAHHWE HUBKUX TEMIEPATyp U
BBICOKOTO COJIEPIKAHIS BOLOPO/A B METAJIe, YTO Xa-
PaKTepHO [JI CBAPHBIX COEIMHEHUU KOHCTPYKIIUH,
9KCIUTyaTUpPyeMbIX B yciaoBuax Apkruku u Cybapk-
tukd. [IpoBefieH ananus aBapuiHOCTH HA Y9HEPTETH-
yeckux oOberrax fxyrum B mepuox c¢ 2013 1o
2017 r. u 3a 2018 roz. Breiasieno, uro Hauboibiiee
KOJIMYECTBO aBapHil CBA3AHO C MOBPEKIEHUEM WU
OTKA30M TYpOHWH, BCIIOMOTaTEILHOTO TEIIOMEXaHH-
gecKoro obopyaoBanus u reaepaTopos. IIpoBogsres
paboThI IO OIIEHKe U CHHU/KEHWIO PUCKA aBapHuil U Ka-
TacTpod) CIOKHBIX TEXHUIECKUX CHUCTEM, DKCILIya-
THUPYIOLINXCA B DKCTpeMaIbHbIX yeaoBuax Cesepa.

IIpoBemeHa oleHKA KIUMATHYIECKOH CTOUKOCTH
HOBOM KOMIIO3UITMOHHOM apMaTyphl, U3TOTOBIEHHOMN
u3 6a3anbToBhix mopox Pecnybmuku Caxa (AxyTus)
¥ 9KCIIOHHPOBAHHOH B TedeHue 2,5 ymeT B 9KCTpe-
MaJbHO XOJOmHOM (r. IKyTCK) M yMepeHHO TerIoM
MopcroM kauMmarTax (r. ['enenmxuk). [loayuens: Ho-
BBIE JIaHHBIE O B3AaKOHOMEPHOCTAX M MeXaHW3MaX
BIUAHUA KINMATHYECKUX (PAKTOPOB HA CTPYKTYPH-
poBaHMEe SIOKCHAHOM MATPHIBI, 000CHOBAH POCT
IIPOYHOCTH apMaTypbl Ha 4 — 12 % mocie SKCIIOHH-
pOBaHMS HA XOJIOfe 3a cyeT 6ojee aKTHBHOTO J0OT-
BEpIKIEHUA U TOBBIIIEHHUS aITe3HOHHOHN MIPOYHOCTH
nHTepdelica BOJIOKHO — MaTpuia. Pesynbprarhl wmc-
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MIOJIL30BAHBI 711 000CHOBAHUS IIEPCIIEKTUB HCIIOIb-
30BaHUs MATEPUAIIOB HA OCHOBE 0a3ajbTa B PA3HbIX
KJIMMATUYIECKUX YCIOBHUAX.

B pamkax Hay4HO-MCCIEIOBATEILCKUX PAbOT
paspaborana u ampoOMpoOBaHA METOIUKA OIEHKH
TEXHHYECKOTO COCTOSTHUS M OCTATOYHOTO pecypca
MATHUCTPAIBHOTO TAa30MPOBOJA HEpPa3pyIIAIOIIHM
MEeTOIOM M3MEPEHUsI CKOPOCTH 3BYKA, U3YUEHO SIBIIe-
HUe KOPPO3UOHHOTO PACTPECKUBAHUS 10 HATIPSIKeE-
HUEM, BIEPBbIE BbIABICHHOE HA MATUCTPATHHOM ra-
3orpoBozie Pecnybuku Caxa (Akyrtusa) mpu wmccie-
JOBAaHWM TPHUYMH paspyleHus o0beKTa Imociae SKC-
wryaranuu 6osee 50 ser.

B pamkax x0310rOBOPHBIX PabOT ITPOBOMUTCS
MMOCTOSTHHBI MOHUTOPWHT IUIAHOBO-BBICOTHOTO IIO-
mosxenus uHedrenpoBoga BCTO wu rasompoBosa
«Cura Cubupwu», paspaboTaHbl aJITOPUTMbI U MOJe-
JIA OIEHKW HANPSIKEeHUH B 1e)OPMHUPOBAHHOUN TPY-
6e MO TOYEYHBIM M3MEPEHUSM IOJOKEHUS TIO/I3EM-
HOTO TPyOOIIPOBO/ia IPH MOPO3HOM ITyYEeHUH TPYHTA
Ha TIOMMeHHOM ydacTke Tpaccel. IIlpoBemeno marte-
MaTUYecKkoe MOJeNINpPOBaHHE pasMbIBA 6GEeperoB u
MOPO3HOTO IyYeHHs TPYHTA, paspaboTan MaTeMaTH-
YECKUI AJITOPUTM [JIsT YMCIEHHOTO BOCCTAHOBIEHUS
TEILIOBOTO IIOTOKA HA MOBEPXHOCTU MEP3JI0r0o TPyH-
Ta Tpu (POPMUPOBAHUY HAJIEIHU, paspaboTaHa U ar-
poOrpoBaHa METOMUKA PEIIeHHI TPAHUYHBIX 06paT-
HBIX 34724 11 00pabOTKH JaHHBIX MOHUTOPHUHTOBO-
ro HaOMIOMEeHUS TPYJHOJOCTYIIHBIX YUYACTKOB MAru-
CTPaJIBHOTO TPYOOIIPOBO/A, SKCILIyaTUPYIOIIETr0Cs B
YCIIOBUAX KPUOJIUTO30HBL.

HNOTIIC CO PAH coBmecTHO ¢ IpyTMMH HWHCTH-
ryramu PHUI] AHIL CO PAH npunumaer yuacrue B
CO3IaHuH (heepasTbHOT0 HAyIHO-06pa30BaATEILHOTO
nenTpa «CeBep — TeppUTOPUS YCTOHUMBOTO PA3BH-
THsI», a TaKkKe B paborax Tperbero stama [Iporpam-
MBI KOMIUIEKCHBIX HAYYHBIX HccaenoBaHuil Pecry06-
mukn Caxa (Axyrus).

B okrabpe 2019 r. MHCTHUTYT IIPOBEN IIEPBYIO
Me:xnynaponuyio koH(epenmuio «llemocTHoCcTs U
pecypc B sKcTpeManbHbIX ycaoBuax» (ILEE-2019),
TPYAbl KOTOPOH WM3AAHBI B CIEIMATHHOM BBIMYCKE
skypHasia EBpomnefickoro ob1iecTBa CTpyKTYPHOH I1e-
mocraoctu (ESIS) «Procedia Structural Integrity»,
MHIEKCUPYEMOTO B MEKIYHAPOAHBIX 6a3ax MaHHBIX
Scopus u Web of Sciences. B urone 2020 r. B fdxyr-
cke mmanupyercsa mnposenenune IX KEppasuiickoro
Cummnosuyma 1o mpobiaeMaM MPOYHOCTH W pecypca
MAIIWH ¥ KOHCTPYKITUH B YCIOBHUIX XOJIOMHOTO KIIU-
mara (EURASTRENCOLD), nocssaimennoro 50-ie-
uio UPTIIC CO PAH. B pamrax Cummosuyma
npoiimer Mexaynapoauasn kougepennus «CBapka B
Poccun - 2020».

PesynpraThl HEKOTOPBIX TEKYIUX HCCIEI0BA-
HUM UHCTUTYTA B 00JIACTH MEXAHWUKA MATEPUAIIOB U
TIPOMBIIIJIEHHOTO MaTEePHUAIOBEJEHUI IIPEJCTaBIIe-
HBI B JaHHOM HOMEpe JKypHaja «3aBojcKas abo-
patopus. JluarHocTHKa MaTepHUalioOB», C KOTOPBIM
HUOTIIC CO PAH corpyauuyuaer Ha HNPOTSKEHUU
yiKe HECKOJIbKUX AeCATUIEeTUH.
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®pPaKTOAMATHOCTHKA ABAPUUHBIX PaspyIIeHHH II03BOJISET IOAYYUTh AAHHBIC, UMEIOIIHNe SKC-
[IEPTHYIO 3HAYUMOCTb, 8 TAK:Ke He00XOIUMBIE JIJIs paspaboTKy PEKOMEH/IAI|H 110 [IpefoTBpaIlle-
HUIO aBapWii, IOBBIIIEHU HAZIESKHOCTH U PA60TOCIIOCOOHOCTH M3IEIUI MAIIIMHOCTPOEHHS U Me-
TAJIOKOHCTPYKIIAY B Pa3/IMYHbIX YCIOBUAX KcIuIyaranun. 1]eas paboTbl — BBISBJIEHIE METO-
JamMu (ppaKTOIMATHOCTHKN IPUYMH IPEKIEBPEMEHHOTO PA3pyIIEeHUs TEXHUYECKHX O0BEKTOB,
SKCIUIyaTHPYIOLIUXCA B IIPUPOJHO-KINMATHIECKUX yciaoBuax CeBepa U SBIAIOIUXCI UCTOYHU-
KaM¥ TOBBIIIEHHOM TEXHOTEHHOHN OMAaCHOCTH — aBTOMOOMIBHOTO Ta30BOr0 0a/IOHA U BETPO3-
HepreTuieckoi ycraHoBku. Meromamu merayuiorpaduu u (pakrorpaduu ¢ HCIIOIb30BAHUEM
OCHOBHBIX TIOJIO}KEHUU METAIJIOBEIEHNS, (DU3UKH METAIIOB, (DU3UKH ITPOYHOCTH U Pa3pPyIIeHHUs
YCTaHOBJIEHA JIOKAIU3AINA HAYAIBHBIX TPEIIUH, BBIABIEHBI MUKPOMEXaHU3MbI UX 00pa30BaHMS
¥ TIOC/IEYIOIIEro PAasBUTHS, OIKMCAHA 00Iasd KapThHA paspyineHus. IIoKkazaHo, 4To OCHOBHBIE
(husuKO-MexaHUYeCKYe IPUYUHBL PA3PyIIEHUA OAJITIOHA CBA3AHbI C OIPyOJIeHHEM U HEOJHOPOI-
HOCTBIO PACIIPEIeIeHNs WHTePMETLIHIHON (hasbl B Marepuaie MeTaLINIeCKOd O00O0I0UKH
(J1e¥inepe) U C MOBBIIIIEHHOM IIIEPOX0BATOCTHIO €€ BHYTPEHHEH MOBEPXHOCTH, YTO CO3IAJI0 HA Hel
CHCTeMY MUKPOKOHI[EHTPATOPOB HANpsKeHuid. [IpuanHoil 00pyIeHus: BeTporeHeparopa mociy-
SKHJTH HEIIPOBAPKI B CBAPHBIX COSIMHEHMIX OIIOPHOM KOHCTPYKIIUY, HA KOTOPBIX 3aPOJMIINCH Ha-
yasbHble TperuHbl. OCHOBHON MEXaHU3M paspyllIeHns B 000MX CIydasx — PasBUBAIOIIASICT BO
BPEMEHH yCTAJIOCTh MeTaJlIa, HHUITHUPOBAHHAA TEXHOJOIMYECKUMH MUKPO- U Makpogedexra-
mu. Craus OKOHIATEIBHOTO Pa3pyIeHusa 6a/IoHa HOCHIA AUHAMUIECKUHA XapaKkTep U BKIII0JYa-
J1a 006pas3oBaHue B JIeHepe CUCTEMbI BA3KIX TPEIVH, UX CIMSIHUE U IIOCIeAYIOILy0 (hparMeHTa-
Mo JieriHepa. B GaiHe BeTporeHeparopa IOCTHKEHNE KPUTUIECKOU [IJIMHBI YCTAIOCTHOMN Tpe-
LUHBI 00YCIOBIJIO HACTYIUIEHHE IIPEIEIHHOTO COCTOSHHS KOHCTPYKLIHMH W €€ IIOCIeLyIoIlee
xXpynkoe paspyiuenue. [IpuBeneHHbie IprMepbl paspyIeHud OTHOCATCS K IIOCTEIIEHHBIM OTKA-
3aM, Tak KAk 00yCJIOBJIEHBI HE BHEIIIHUMY IIPUUYUHAMH, a IIPOSIBIECHUEM 3aJI0KEHHbBIX TEXHOJIOTH-
yeckux federroB. Pesymbrars paboThl MOTYT OBITH UCIIOIB30BAHBI IS MOBBIIIEHHI pab0TOCIIO-
COOHOCTH HICCIIEI0BAHHBIX 0O0BEKTOB, 0becriedeHns 6e30IaCHOCTH UX DKCILIyaTalliy 1 pa3pador-
KM KOMIIEHCHUPYIOIIMX MEPOIIPHUITHH.

KiroueBslie c10Ba: ra30TOIUIMBHBIN (AJUIOH; BETPOIHEPTETHIECKAS YCTAHOBKA; KCILIy aTallu-
OHHOe paspylenue; paKrorpads; TEXHOIOTHIECKHe Ie()eKThI; YCTAIOCTHbIE TPEIHNHBL.

FRACTOGRAPHIC DIAGNOSTICS OF TECHNICAL OBJECTS FRACTURED
WHEN OPERATING IN THE NORTH
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Fractographic diagnostics of accidental damage provides data of expert importance which can be used in
developing recommendations regarding of accident prevention, improving the reliability and performance
of mechanical engineering products and structures in various operating conditions. The goal of the study
is fractographic diagnostics of the nature and causes of premature destruction of technical devices and
facilities operating in climatic conditions of the North and being the sources of increased technogenic
danger, i.e., an automobile gas cylinder and a wind power plant. Using the basic principles of metal sci-
ence, metal physics, strength and fracture mechanics, the localization of initial cracks we revealed the mi-
cromechanisms of crack formation, localization and development and restored the general picture of the
fracture. It is shown that the main physical and mechanical causes of the gas cylinder damage are associ-
ated with the coarsening and inhomogeneity of the intermetallide phase distribution in the material of the
inner metal shell (“liner”) and with the increased roughness of the internal surface which formed a sys-
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tem of stress microconcentrators. The reason for the collapse of a wind generator was lack of penetration
in welded joints of the support structure being the place of origin of the initial cracks. The main fracture
mechanism in both cases is time-evolving process of the metal fatigue initiated by technological micro-and
macro-defects. The stage of the final destruction of a gas cylinder exhibited a dynamic character realized
through the formation of a system of viscous cracks in the liner with their subsequent merging and frag-
mentation of the liner. The attained critical level of the fatigue crack development caused the onset of the
ultimate state of the structure of a wind generator tower resulted in subsequent brittle fracture. The de-
scribed destructions relate to gradual failures as they are caused by inherent technological defects rather
than by external impacts. The results of the study can be used to improve the performance of the consid-
ered objects, ensure their operational safety and promote developing of compensating measures.

Keywords: gas fuel cylinders; wind power plant; operational failure; fractography; technological defects;

fatigue cracks.

BBenenune

Hecmotpsa Ha ycmexu TpPOEKTHPOBAHUA, H3TO-
TOBJICHUA, JTUATHOCTUPOBAHUA PA3IUIHBIX TEXHUYE-
CKHX 00BEKTOB, [OCTATOYHO YACTO BOSHHUKAIOT UX OT-
Kasbl, aBApUHA U KaTACTPOUUIECKHEe Pa3pyIIeHHUs.
Hna ycraHoBieHuA NPUYWH paspyIleHUs geTajei
MaIlluH U MeTaJIJIOKOHCprKIII/IfI IIPUMEHAIT MEeTO-
161 PPAKTOUATHOCTHUKY, BKIOUAIOIINE B ce0s KOM-
IJIEKC WCCIIeOBAHUWI C WCIIOIIb30BAHUEM (PPaKTO-
rpadun, MeTaTOTpauH, PEHTTEHOCTPYKTYPHOTO
aHaIu3a, MEXaHUIECKUX WCIBITAHUH MIPU yUyeTe 06-
IAX 3aKOHOMEPHOCTEH MPOIeCCOB MedopMaIviu u
paspylIeHns METAIA Ha Pa3lIWuYHBIX MACIITAOGHBIX
ypoBH#AX [1 —4]. V310MbI mIpencTaBiIsioT cob6oi pe-
3yJIbTaT HApPyLIEHUs CIJOMIHOCTUA MaTepuasa, BbI-
SABJIAIOT Hanboiiee ciabbie MecTa 00bEKTa, COepKaT
“H(POPMAITHIO 0 MIPHPOZE, OCOOEHHOCTAX U MPUIH-
Hax paspyiuenus. MccneqoBanve TPUYNWH, BHI3BAB-
IIUX IIOBPEKIECHHUA WU OTKA3bI I[eTaJIeﬁ TeXHUKU U
MEeTaJIOKOHCTPYKITHM, ITO3BOJIIET HE TOJABKO BbI-
SABUTH OYATH, TPHUPOAY, MOCIEI0BATEIHLHOCTD IIPO-
1I€CCOB PaspyIIeHWs, HO ¥ CO3[aTh HAYYHYIO OCHOBY
JUI TIOBBIIIEHHUSA IIPOEKTHBIX XapaKTEePHUCTHUK, CO-
BEPIIIEHCTBOBAHUA TEXHOJIOTHH W3TOTOBJIEHUSI U
HOPMATHUBHBIX TpPeGOBaHM, 06ECIIEUeHNsT CBOEBpe-
MEHHOU JUATHOCTHKN W OIPEIEeEHUs OCTATOUHOTO
pecypca. Tak, mprucyTcTBre B CBapHBIX METAIIOKOH-
CTPYKIIUSIX TEXHOJOTUYECKUX e()eKTOB CBapPKU C
OCTATOYHO MAJBIMH paguycaMu (HO TIpeBbIIa-
IOIAMU PafINyC BEPIIUHBI KOHI[EHTPATOPA, SKBHBA-
JIEHTHOTO YCTAJIOCTHOM Tpeluue) TpebyeT KOppek-
UM PACYeTOB Ha IPOYHOCTh, TAK KAK CyIIEeCTBY-
IOII[e KPUTEPUN MEXaHUKHU Pas3pyLIeHHUs CIpaBe]-
MUBBI JuA gederToB Tuma tpemuH. [losTomy mus
CBAPHBIX METAIOKOHCTPYKIIUU HAPAAY C KpUTe-
PUSAMH PACIIPOCTPAHEHUS YiKe MMEIOIINXCI TPeInH
paspabaThIBAIOT KPUTEPHH HX 00pA30BAHUS B dire-
MEHTapHBIX 06BEMAX METAJJIA OKOJIO TeXHOJIOTHYe-
CKuX 1e()eKTOB, B CBI3H C 4eM HEOOXOAMMO H3yde-
HUe UHUITAAIAA MAKPOTPEIINH BO3JIe HUX.

Takum obpasom, mccaeqoBaHKe IPUYMH U Pas-
BUTHUA IPOIECCOB PA3PYIIEHUS C YUETOM CTPYKTYPbI
Marepuasa, CBOMCTB U YCIOBUH SKCIUIyaTAllUMH SB-
ndgerca akTyanbHOUM 3amadert. [lomumo sxcmepTHOM
3HAQYUMOCTH, II0JIy4daeMble JaHHbIE€ BaHBI OJId II0-

BBILIEHUS HAJEKHOCTH U Pab0TOCIOCOOHOCTH HU3Jie-
JIMA MAIIMHOCTPOEHUS B PA3JINYHBIX YCIOBHUAX DKC-
IUIyaTalyuyi, B TOM 4YHCJI€e XapaKTePHbIX [JId CeBep-
HBIX PETHOHOB [2, 5, 6].

Ileapb paborbl — BBIABIEHHE METOIAMHU PPAKTO-
IUAarHOCTUKY IPUPOIAbI W IPHYMH IIPEKIeBPEMEH-
HOTO pa3pylIeHUA SKCILIyaTHPOBABIIUXCA B IIPH-
poaHo-KIuMaTHUeckux yciaosuax Cesepa TexHuUe-
CKMX OOBEKTOB IIOBBIIIEHHOM OIIACHOCTH — aBTO-
MOOHMJIBHOTO Ta30BOTO 6a/JIOHA U GAIITHA BETPOIHEP-
TeTUYEeCKOU YCTAaHOBKH.

O0BEeKTHI H METOIbI MCCJIEIOBAHMS

B mocnentee BpemMs BO MHOTHX CTpPaHAaX IIPHWHSI-
ThI IIPOrpaMMBblI 3aMelleHUd MOTOPHBIX TOIIJIUB KOM-
IIPUMHPOBAHHBIM IIPUPOIHBIM ra3oM KaK 9KOHOMH-
yecKu 3(P(EeKTUBHBIM U SKOJOTHUYECKH 0e30I1acHbIM
BumoM ToruimBa [7, 8]. Bmecre ¢ TeM razoToILIHB-
uble O0asonsl (I'TB) aBaAIOTCS MUCTOYHUKOM TEXHO-
TeHHOM OITACHOCTH C TAKUMHU IIOPAKAIOIIUMHU (DAKTO-
paMu, Kak TeIioBoe M3jIydeHue, OTKPBITOe ILIaMsd,
a TaKKe yJapHas BO3IYIIHAS BOJHA U (DparMeHThI
MeTaJlia TPU B3PHLIBHOM XapaKTepe pasrepMeTHsa-
nuu. B oTO# cBsisM paccMoTpuM aBapuiiHOe par-
MEHTAI[MOHHOE pPas3pyllleHHe rasoTOIIMBHOTO Oal-
mouna mapku BA 100.20.327/1660, mpowusoreiiee B
JIeTHee BpeMs B TapaskHOM GOKCe BCKOpe Iocie 3a-
npaBku. HapaboTka 6a/ioHA cocTaBuia MeHee de-
TBIPEX JIET IPH PACUETHOM CPOKe CIy:KOBI 10 15 mer.

I pyroii 00BbEKT mccIeoBaHUA — BeTPOIHEpre-
THYecKas ycraHoBka. Apkrura u Kpaitinuit Cesep
OTHOCATCSI K PEruoHaM, 00raThbiM BETPOBBIMHE PeCyp-
caMH, B CBA3U C YEM IIPOTHOSHUPYETCA sHAaYUTEe/IbHAad
pPOJIb BETPOSHEPTeTHKM HA HTHX TEPPUTOPHUIX.
B paMrax osKcliepuMeHTaJIbHOH OKCILUIyaATAllMH B
apPKTUYECKOM Tmocenke THKCH ObUI CMOHTHPOBAH
BerporenepaTrop BIY-250 (y:xe wuMmeBIInii MHOTO-
seTHIOI0 Hapaborky). IlpmbnusurenbHO uyepes Bo-
ceMb JIeT TPU TeMIepaType BO3/AyXa HE HIKe
-17,8 °C u crxopocru Berpa 11 — 29 m/c mmpomsoILIo
paspylieHre CBapHOH OIIOPHOM KOHCTPYKIuu (Oarr-
HU) BETPOTeHepaTopa, IOBJIEKIee ero najaeHune; oo-
1ee BpeMs «KHU3HU» TEXHUYECKOrO YCTPOMCTBA CO-
CTaBUJIO OKOJIO 23 JIeT.
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M oparmen [11

6 8

Puc. 1. O6mumit Bun ¢parMeHTOB pPaspyLINBIIETrOCsT Jed-
Hepa: a, 6 — parMeHThl HUKHEH YaCcTh; 8 — BEPXHSSA 4aCTh
CO CTOPOHBI BEHTWJIA C COXPAHUBIIEHCA KOMIIO3UTHOU
000JI09KOM

Fig. 1. General view of the damaged liner fragments:
a, b — fragments of the lower part; ¢ — upper part on the
valve side of with preserved composite shell

Ha mepsBoit craguu wmccaemoBaHuil IPOBOMMIIN
BUByaJIbHOE 00CTIeJOBAHHE WMMEIOIUXCI (PparMeH-
TOB aBapUUHBIX 00BEKTOB B COOTBETCTBHUU C OOII[H-
MU CTaHAAPTHBIMU peroMeHpanusmu. lleab Busy-
QIbHOTO O06CIe0OBAaHUS — BBIABIEHHE OCOOEHHO-
cTell MAaKpPOCTPOEHWS W3JI0MOB, OOIed KAPTHHBI
paspylieHus KOHCTPYKIVH, MOBPEXACHUH HA BHY-
TpeHHel U Hapy:KHOU IIOBEPXHOCTHX, OIIpelesleHue
yYaCTKOB BBIPE3KH 00pAa3IIOB 1A JaThHEHIIIEro usy-
YeHUS U IPOBEEeHUSI MEeXaHUIECKUX UCIIBITAHUH.

g onpeneneHns XUMHIECKOTO COCTaBa MeTal-
j1a 00BEKTOB HCII0Jb30BaTu crekrpomerp Foundry-
master UVR. Merannorpaduueckue u dgppaxrorpa-
(hrrueckme wmccmenOBaHUA TPOBOMWINA HA OITHYE-
crkux mukpockonax Neofot-32, Axio Observer D1m,
crepeomukpockonax Ansramm IICO745-T, Stemi
2000C, 5IeKTPOHHBIX PACTPOBBIX MHUKPOCKOIIAX
JEOL JSM-6480LV, HITACHI-TM 3030. Mukpo-
pacrpenenesre XUMUYECKUX DJIEMEHTOB B CTPYK-
TYPHBIX COCTABIAIOIINX METAJIa HCCAEIOBAIH Me-
TOZOM MHUKPOPEHTTEHOCIEKTPAIHHOTO aHAIN3A IIPU
CKaHMpOBaHUH ILTHdAa ¢ oMok mpudopa JEOL
JSM-6480LV (1yu muamerpom ~2 mrm, Ka-usiyde-
Hue). McnblTanusa Ha pacTsiKeHWe BBIMOIHAINA IPU
KOMHATHOU TeMIlepaType Ha HCIbITATeJIbHOM Ma-
muHe Zwick/Roell Z600. MukpoTBepaocTs usMeps-
su mukrporBepaomepa IIMT-3, TBepgoctu mo Bpu-
neutio — TtBepaomepom Heckert. Yposens 1mepo-
XOBATOCTH oIpenensian mpopuiaomerpom SJ-201.

OcHOBHBIE PE3yabTAaThl M O0CY:KIEHHE

Paspywernue 6annona 0as a8momodUIbHOZO
monAueroz0 2a3a. KOHCTPYKTHBHO KOMITO3UTHBIE
I'TB cocrosaT m3 BHyTpeHHEH METaIHIECKOH 000-
Jouky (JlefiHepa) W HAPY:KHOM CTEKJIO3IMOKCHIHOM
o60mouku. CHUIOBYIO CTEKIOSTOKCHIHYIO 000JIOUKY
TOIy4aloT IIOCJIE0BATEIbHOM HAMOTKOM HUTEH
CTEKJIOPOBUHTA, C(OOPMUPOBAHHBIX B JIEHTY W IIPO-
MUTAHHBIX IIOJMMEPHBIM CBA3yIOIIUM. B cooTBet-
CTBUHU C TeopHel ABYXCIOMHBIX OCECHMMEeTPUYHBIX
000/109€K BHYTPEHHAS METAIMYECKAs U Hapy:KHAT
CTEKJIOTIACTHKOBAs OOOJIOUKH Ta30BOTO OasioHa
JOJGKHBI BOCHPUHHUMATH HATPY3Ky KaK eInHOe Ife-
JIoe, a B aBapPUMHBIX CIydasx — PaspyIIaThCsa OIHO-
BPEMEHHO, ITOTHOCTHIO PEAIN3ys COBMECTHYIO IIPOY-
HOoCTh. MccemoBaHHBIN OAIOH PA30PBAJIO C OTPHI-
BOM [IHHIIA JEeHHEpPa CO CTOPOHbBI 3ATJIYIIKHA, Pas3ie-
JICHHEM JHUINA Ha HECKOJIbKO YacTeH U OT/ieJIeHuEM
HApPY’KHOH KOMIIO3UTHOM 060m09KH (puc. 1).

®parmeHTHI JefiHepa CUIBHO Ae(hOpMUPOBAHbIL,
[P 3TOM CYII[€CTBEHHOTO YTOHEHHUS CTEHOK He BBI-
aBneHo. Ha BHyTpeHHeH IIOBEepXHOCTH JieHHepa
3aMeTHBIX KOPPO3UOHHBIX Ne)eKTOB THUIIA A3BUH U
pakoBuH He oOHapyskeHo. Hamwuwe mpouyso mpu-
JIETaIoIIel CTEeKIOIIIACTUKOBON 000I0YKY, KaK IIpa-
BHWJIO, WCKJII0YaeT (hparMeHTHpPOBaHWE OaJlIOHOB.
B cBsizu ¢ aTuM (pparMeHTAIMOHHBIN TUI paspbiBa
0aysIoOHAa B HCCIEAYEMOM CIydae CBHUAETENILCTBYET O
moTepe MPOYHOCTH CHIIOBOM OOOJIOUKH U ee CIleIlie-
HHUSA C META/UIMYECKOM Ha MOMEHT OKOHYATEIhHOTO
paspyIeHus.

Mexanuueckne cBoiicTBa MeTaia JelHepa
YAOBIETBOPSIOT 3aaBiaeHHbIM B TY TpeboBaHuAM Ha
nedopMupyeMbli ajgoMuHueBbIl citaB Al 33, us
KOTOpPOTO OH BBHITIONHEH (00pasiibl AJS UCIBITAHUH
Ha PaCTSKeHNe BhIPE3ajd W3 30HBI HeIe(OpMHUPO-
BaHHOI oOeuatiku). Ilpemen TexydecTw cocTaBMII
281 MlIa, npenen npounoctu — 304 Mlla, orHOCH-
TeabHOe yaauHeHue — 14 %; mo TY 3HayeHUA 9THX
rmapaMeTpoB MAOKHBI ObITb He MeHee 266 Mlla,
286 MIIa, 12 % coorBercTBeHHO. TBepmocTb Me-
Taja Hexed)OpMUPOBAHHBIX yuacTkoB — 860 Mlla;
TBEPAOCTh PA3PYUIMBIIETOCd [THHUIA O0Ka3alach
noHmxkenHolr — 838 MlIla mpu saaBnensom B TY
suauennu 864 MIla (meo6xoguMO OTMETHTH, YTO
WCIIBITYEMbBIH METAJJI IIPEeTepIIeNl OIIpeesieHHbIe
W3MEHEeHUs CTPYKTYPbI U CBOMCTB B IIpoliecce pas-
pyIIeHus).

Maxpodpakrorpadguueckune 0COOEHHOCTH HU3JI0-
Ma TIO3BOJIUIIHN OIIPEIENIUTh, YTO PaspyIieHne 6aumo-
Ha HAYAJIOCh OT €r0 BHYTPEHHEH ITOBEPXHOCTH CO
cTOpOHBI 3ariyku (puc. 2, a). B 3ome 1 xoporto 3a-
MeTHa 6JecTsas MOBEPXHOCTh 0YAar0BOHM yCTAIOCT-
HOI TpemuHbl (puc. 2, 6). B 30oHe 2 ouaroBas Tpe-
[[AHA IPECTaBIgeT co00H Y3KYy0 U TaKKe yCTauo-
CTHO-IIPUTEPTYIO ILIoImanky (puc. 2,6). Bamuoi
0COOEHHOCTHI0O BHYTPEHHEH ITOBEPXHOCTH (pparMeH-
TOB JiefHepa SBJISI0TCI MHOMKECTBEHHBIE MEpPHIHO-
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HAJIbHbBIE TPEIUHBI PA3IHYHbIX AIUHBI (10 19 MM) 1
crenenu packpbitus (mo 0,47 mm), Hanboee MHOTO-
YUC/IeHHbIE BOJU3HM Pe3b0bl TOPJIOBHHBI (pHC. 2, 2).
MaxkcumanbHas riyOuHA WX MPOHUKHOBEHHUSA B Me-
Tamn ~1,1 mMm.

AsroMuHHEBBIE JIEHHEPhl KOMIIO3UTHBIX 0aJIjio-
HOB BBICOKOTO JABJIEHUS U3 TEPMHUYECKU YIIPOUYHSE-
MBIX AQJTIOMUHHEBBIX CIJIABOB HA OCHOBE CHCTEMBI
Al — Mg - Si (aBuaseii) mocie u3roToBjIeHus (3aKar-
KH) IOJBEPraiv TEPMHUUECKON 06paboTke (3aKaike u
HMCKYCCTBEHHOMY CTAPEHHUI0) B IEIAX 00ECIIeYeHUs
Tpebyemoro ypoBHsa mpousoctu [9-11]. B xome
HArpeBa IIOJ B3aKalKy IIPOMCXOIUT PACTBOPEHHE
YIPOUYHSOMUX U30bITOUHBIX (has. [Ipu 3akanke atu
(haswl HE yCreBaIOT BBIIENIUTECS, B PE3yIbTaTe (PUK-
cupyeTcs IIepechIIleHHBIH TBepPIbId PacTBOp JIEeTH-
PYOIIKUX 3JEeMEHTOB B amiomuuuu. llpu crapenun
3aKaJIEHHOTO CIIaBa B 3aBUCHMOCTH OT TEMIIepPATy-
PBI ¥ IPOIOJIKUTEIHHOCTH IIPOIECCa B IIePeChIIeH-
HOM TBEPIOM PACTBOpPE 06pPasyroTCs y4acTKH, 000-

ramieHHble JIETHPYIOIIUMH 3JeMeHTaMu (30HbI
I'unne — IIpectona), ¥ AuCHEpCHBIE TPOAYKTHI pac-
maja — YaCTHUI(bI MIPOMEKYTOUHBIX MEeTACTAOUIh-

HBIX ¥ CTaOMJIBLHBIX (pas. YIIpouHeHue CILIaBa IIpo-
ucxomuT Grarozaps 00pa3sOBAHMIO TEPECHIIIEHHOTO
pacTBopa ImpH 3aKaike W TJIaBHLIM 00pasoM — MIPH
CTapeHHUr Ha CTaguax obpasoBaHua 30H ['uHBbE —
IIpecrona m gucmepcroOHHOTO TBepAeHUs (B aBua-
JIAX OCHOBHAS YIPOYHAIOMAA (pasa — BBIIEIEHUs
IUCTIEPCHBIX yacTull Mg,Si).

Cmas, ¥3 KOTOPOTO BHITIOTHEH aBapUHHbIN 6ai-
JIOH, MMEJI HEeOJHOPOIHYIO CTPYKTYPY C YKpPYyIIHEH-
HBIMU YACTUIIAMH YIPOYHSIOIMIEH WHTEPMEeTAIIN]-
Hoi paser (puc. 3, a, 6, puc. 4). B paspyiusiemcs
JHUIIE 3TU HEJJOCTATKN CTPYKTYpPhI Hanbosiee BbIpa-
skeHbl (puc. 3, 6). YKpyIHEeHUe JacTHI[ IPHUBEIO0 K
YMEHbIIEHUI0 UX KOJHU4YeCTBa, YBEJIHUYHNUJIIO PaCCTOd-
HUAS MEXAy HHUMH U CIIOCOOCTBOBAJTIO CHUIKEHUIO
TBEPIOCTHU. XPYHKOCTh HYACTHUI[ WHTEPMETAIIUIOB

Puc. 2. O6miuit Buj paspyliuBiieics TOpJIOBUHEI (@) U yBe-
JMYeHHbIe H300pasKeHus yaacTkoB usiaoma 2 (6), 1 (8) u 3 (2);
cBeTIad IoJI0ca MeKAY cTperkaMu (6) U cBeTiad IIoInanka,
orpaHWdeHHas IYHKTHPOM (8), — IIOBEPXHOCTH OYarOBbIX
YCTAIOCTHBIX TPEIIHH

Fig. 2. General view of the damaged filler neck (a) and en-
larged images of fracture zones 2 (b), 1 (c), and 3 (d); light
strip between arrows (b) and light area marked by a dotted
line (¢) — surfaces of focal fatigue cracks

YXYZAIINIa COIIPOTUBIIEHNE MaTepHuaa 3apOKIEeHUIO

¥ pacupocTpaHeHuo paspyiienus [12].
YcranocTHBIE TPEUIMHBI 3aPOAUINCH HA MEpPH-

MTUOHAMBHBIX TPEIUHAX BHYTPEHHEH MOBEPXHOCTHU

) pm

Puc. 3. Muxkpocrpykrypa merasia paspymusirerocs I'T'B B HermoBpekIeHHON UIHHAPHIECKoi yactu (a), B 30He guuma (6) u
MUKPOCTPOEHHE 0YATOBBIX YCTAIOCTHBIX TPEIUH B 30He ] Ha puc. 2, a (8)

Fig. 3. The microstructure of the metal of the gas cylinder in the undamaged cylindrical part (a), in the zone of bottom (b) and

microstructure of focal fatigue cracks in zone 1 (¢)
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Element AN

Aluminium 13 K-series

Magnesium 12 K-series 1.17 1.31
Silicon 14 K-series 0.81 0.78
Iron 26 K-series 0.36 0.18
Copper 29 K-series 0.31 0.13
Chromium 24 K-series 0.02 0.01

Total: 100.00 100.00

norm. C Atom. C
[wt.%] [at.%]

Series

Puc. 4. YBennuyenubie n300pakeHusT HHTEPMETAIIHAHBIX YACTULl B Marepuase auuina paspymusinerocs I'TB (a) u nokansHoe
COZlePIKaHNe XUMUIECKUX DJIEMEHTOB B 00IaCTH, OTPAHUIEHHON OKPYKHOCTHIO, (6)

Fig. 4. Magnified images of the intermetallide particles from the bottom of the damaged gas cylinder (a) and local content of

chemical elements in the circled area (b)

JHUIIA. HOBerHOCTb O49aroBbIX yCTaAJIOCTHBIX Tpe-
IWH UMejia XapaKTePHOe KacKaJHOe CTPOEHUeE U CO-
Jepxaia MHOKECTBO HHTEPMETALNIUMOAHBIX YaCTHUIT
(puc. 3, 8).

ITo pesymbpraTraM NpPOBEIEHHBIX WCCIEIOBAHUMN
OCHOBHO#M (PU3UKO-MEXaHHUYECKOHW IMPUYNHON paspy-
meHus JedHepa OaioHa 3aJ0Jr0 M0 BBIPAGOTKU
pacYeTHOro pecypca SBiISeTCA HeyIOBIeTBOPUTEb-
Has CTPYKTypa Marepuana. Boimenernve ynpodHsio-
e (asbl B BHIE KOHIJIOMEPATOB YKPYITHEHHBIX
XPYIOKUX 4YaCTUll HHTEepMeTaJIna0B, HepaBHOMED-
HOe WX pacIpefielieHne co CiIaboBhIPaKeHHOH CTPO-
YEYHOCThIO CHHUS3HUJ/IN 3HA4YEHHE TBEPIOCTH. HOHI/I-
JKeHHAs TBEPJOCTh MaTreprana 00yCIOBHIA TOBbI-
LIEHHYIO [IePOX0BATOCTh BHYTPEHHEN IIOBEPXHOCTHU
JefHepa MpU 3aKaTKe TOPJIOBUHBI, YTO CO3/AJI0 HA
Hell CHUCTeMy MHUKPOKOHIIEHTPATOPOB HAIIPSIKEHUI.
B 30H€ T'OPJIOBUHBI HUKHET0 JHHUIIa, Ha MUKPOKOH-
IIeHTpaTopax HaIpSKeHUU, IIof AeUCTBHEeM BJKC-
IUIyaTAlMOHHBIX HATPY30K BO3HUKIH II€PBUYHBIE
TPENMHBI B MeTajlie, yiKe OCIabJIeHHOM OTHOCHU-
TEeJIbHO KPYIIHBIMH BBIEJICHUAMU XPYIIKHUX HWHTEP-
MeTaTUuAHBIX (a3. B ycrmoBusax MaIoIMKIOBOTO
SKCIUIyaTAIIMOHHOTO HATPY!KEHUs Ha HHUX ObLIA
MHUIAAPOBAHBI 04arOBbIe€ YCTATOCTHBIE TPEIINHEI.
ITockonmbKy yCTAIOCTh — IIPOIIECC, PA3BHUBAIOIIUHCST
BO BpEMeHH, TO paspylleHue 6aaioHa He SBUIOCH
OJJHOMOMEHTHBIM, & WMEJIO JIBe OCHOBHBIX CTa/HH.
Ha mepBo#t mponcxomuiu mporecchl 3apoiKIeHusT U
PACIIPOCTPAHEHUST YCTAIOCTHBIX TPEIIUH 10 MOMEH-
Ta, TIOKa OfHA U3 HUX C ONEPEeKAN[UM PAa3BUTHEM
HE JOCTHUT/Ia KPUTHYECKON BEIMYUHBI. JTO IepeBe-
JIO TIPOILIEeCC B CTAIHI0 OKOHUYATEIHLHOTO PA3PyIIeHus,
HOCHBIIIETO JUHAMWYECKUH XapaKTep U pealn30BaB-
merocs ImyrteM 00pa3oBaHUs B JieHEpPe CUCTEMBbI
BA3KUX TPEIINH, UX CTUAHHUA U IOCTIefyoe dgpar-
MeHTalluu neﬁHepa. MOMeHT Ha4YaJia JaBHHHOTIO
paspyliieHus 0aaI0Ha 3aBHCEN OT CIeAYIMuX (ak-
TOPOB: CIIOCOGHOCTH METANTHIECKOro JedHepa K
ILUTACTUIECKOH medpopMaliiu 6e3 IoTepH ee yCTOMIH-
BOTO XapakTepa, a TaKKe CKOPOCTH IeCTPYKIHU U

HapacTaHus HEeCTAOWIHLHOCTH BHEIIHEH KOMITO3HT-
HOH 000JI09KH, CIeP/KUBAIOLIEH PACIITUPEHNe JIeiHe-
pa, 4To 00yCcIaBINBAIO HAKOILIEHHE YIIPYTOH DHEp-
TUH BO BCEU cUCTeMe.

YpoBeHb  IPOYHOCTHBIX W  IUIACTUYECKUX
CBOMCTB MeTaJljia JeHepa, a TaKKe CAePKUBaOIIee
BIUSHWUE CTEKIOILIACTUKOBOM BHENIHEH 00607I09YKU
00€ecreynsIn OCTATOYHO [JIUTEIbHBIA TPOMEKYTOK
BpeMeHU OT TMOSBJIEHUS YCTAJIOCTHON TPEIHUHBI 0
PasBUTHUA KPUTHYECKHX MECTHBIX aedopMmaiuii B
metinepe. JTH aedopMaIuyu IepefaBaluch HA Ha-
pPy:#HYI0 000J04YKy, OOyciaaBiuBas ee IIPOrpeccH-
pytomnyo necrpyknmio [13]. Ilocie morepu QyHEK-
[MOHAJIBHBIX CBOMCTB CHJIOBOM OGOJOYKH METAJTH-
YecKuy JeiHep IPUHAI Ha ceOd BCIO HATPy3Ky, Ha-
YaJIcs 9TAIl ero AeOpMUPOBAHUS C HEKOHTPOIHPYe-
MOI CKOPOCTBIO M MOCJIEAyIoIIed (pparMenTanuei ¢
BBICBOOOKIEHMEM OOJIBIIIOTO 3araca HAaKOIJIEHHON
yupyro# suepruu. O4eBUIHO TaKKe, YTO C HANOOIb-
1€ BepPOSITHOCTHIO OAJITIOH JOCTUTAT KPUTUIECKOTO
COCTOSHHUS TIOCJIE [03aIIPABKHU I'a30M.

Obpywernue 6awru eempozernepamopa. baurms
MIPOM3BO/ICTBA |'epMaHVy BBINOJHEHA U3 CTAJIbHBIX
JIUCTOB B BHE KOHHYECKOH TpPyO4aTON KOHCTPYK-
MU, COCTOSIIEeH U3 Tpex cexnuil (puc. 5). Ee ocHos-
Hble TabapuUTHBIE pasMepsl: BeicoTa 30 M; BEepXHUH
v HmWEHUA guamerpbl — 1,2 m 2,5 m. Tommmuna
CTEHKU y OCHOBaHUA CpelHeH cekruu 16 MM; 31ech
JKe MMeeTcs JOCTYN B OAlllHIO W3BHE Yepes JIOK, B
30HE KOTOPOTO MHPHUBApeHbI PEOpa KECTKOCTH I
yCcuaeHus: KOHCTPYKInu. MUKPOCTPyKTypa MeTasia
CpeqHeH CeKINU (PEePPUTHO-IIEPIUTHAA CO CPETHUM
pasmepom 3epuHa ~18 MM (OmmKaHIIWE OTeYe-
CTBEHHBIH aHAJIOT 3TOT0 Merayuia — craixb 10).
Ilo pesynbraTam MexaHUYECKUX UCIBITAHUH METAJLI
[0 IPOYHOCTH U YJAPHOU BA3KOCTH B I[€JIOM COOT-
BETCTByeT TPeOOBAHUAM, HPEAbABIAEMBIM K CTAIN
10: mpexnen Texyuectu — 264 MIla; mpemen mpouHo-
cru — 419 MIla; oTHocuTenbHOE yIIWHEHHE —
34 %; ynmapras Baskocts KCU0 = 150 J[x/cm?.
CorsacHo cranmapTy mpenena Texydectu crajiu 10
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Puc. 5. Bux 6amau Berporeseparopa ¢ yKkasaHu-
eM MecTa paspbiBa (0TMEYEHO IIyHKTHPOM)

Fig. 5. Location of the break of a wind turbine
tower (marked with a dotted line) o

momxeH mpeBbimatrh 216 Mlla, mpemen mpouHo-
CTH — HaXOIWThCA B Auanasone 295 — 420 MIIa, or-
HOCHUTEJIbHOE YIJTHHEHHEe — COCTABIAThH HE MeHee
32 %, KCU40 = 157 — 179 ITx/cm2.

BrisBaBmmii  obpyieHume — BeTporeHeparopa
M3JI0M TIPOXOAWJ Ha paccroauuu 5 — 10 MM or
(aHIEBOTO COEMHEHU HUKHEH W CPemHeH CeK-
muii Oameu  (cMm. pwme. 5). Maxkpodparrorpadu-
yecKHe OCOOEHHOCTH W3JI0Ma ITO3BOJIMIM OIIpeje-
JIUTH, YTO HAYAIHFHOE paspylleHue cpopMUpPOBaAIOCH
y TOPIIEBOM OKOHEYHOCTH pedpa KECTKOCTH JIIOKAa
(puc. 6, a). IIpoBemena oreHKa KadecTBa BBIIOJIHE-
HHUfA CBapHOTo IBa ycuiaeHus (puc.6,6). J[Bycro-
POHHHI TaBPOBBIN IIIOB BBITIOJIHEH 0e3 CKoca Kpo-
MOK. KoHCTpYKTHBHBIN 3a30p HEPABHOMEPEH KaK 110
IJIvHe, TaKk W B momepeyHoM cedeHuu. CoriacHo
I'OCT 16098-70 B mByCcTOpPOHHEM TABPOBOM CBap-
HOM COeJMHEHUH IIJIACTUH TOJIIHHOK 16 — 18 MM 3a-
30p He JOJIKeH IpeBbImarh 3 MM. Boausu mecra 3a-
POKIEHHUA 0YATOBOM TPEIINHBI IITUPUHA PACKPBITHSA
KOHCTPYKTHBHOTO HempoBapa (3azopa) Mexay cBa-
pUBaeMbIMU 3JIE€MEHTAMH JOCTHTaeT 4 MM, T.e. ero
BEeJIMYMHA BBIXOIUT 32 IpeIesbl 3HAYeHUH, IOILyC-
KaeMbIX craHmapToM. Kpome Toro, mo TpeboBaHUIM
I'OCT 16098-80 karer AByCTOPOHHEIO TaBPOBOIO
COeIHMHEHHUS MO IIIaCTHH TOJIIMUHOH 16 — 18 MM
JIOJKEH COCTABIATH He Oosiee 7 MM. SHAYEHUS KaTe-
TOB JIEBOTO CBapHOTo mBa — 11 — 12 MM, 4TO TOXKeE
HE COOTBEeTCTByeT TpeboBaHusM HopMmaruBa. Cum-
Taercd, YTO BHYTPEHHHE TPEIIUHBI, KaK IIPaBUIIO,
HAUYUHAIOTCI OT 3a30pa MEKAy OCHOBHBIM W IIPH-
BapUBAEMbIM OJIEMEHTAMH, UTO IIOATBEPIKIAET
puc. 6, 6 — B KOpHE CBapHBIX IIBOB BBHIABIEHBI Tpe-
IIUHBI, PACIIPOCTPAHAIONIHAECA OT KOHCTPYKTHBHOTO
HempoBapa. B Mecrax NpuUBapKM YCHIEHHS TaKKe
ObLTH O0HApY:KEHbI HAPY:KHBIE TPEIUHBI, YTO JI0-
MIOJTHUTETFHO JIOKA3bIBAET OIpeeidollee BIUIHIE
pebpa KeCTKOCTH KaK KOHI[EHTPATOpa HAIPSKEeHUH,
Ha KOTOPOM OBLII0 MHUIIMHUPOBAHO Pa3pyIlleHue.

IloBepxXHOCTH 0YATOBOM TPEIIWHBI IIPECTABIIA-
eT co00i y3KyI0 IPOTIKeHHYIO IUIOIIATKY pasMepa-
Mu 1,5 X 16 MM? ¢ HECKOJIBKO 3aryIasKeHHON ITOBEPX-
HOCTBIO CO CJIA0BIM METALTMIECKUM OJIECKOM, OpH-
€HTHPOBAHHYI0 IepHeHAUKYIIPHO NeHCTBUIO MakK-
CUMAaJbHBIX HampskeHudl (puc. 6, 6). Merammmde-

Puc. 6. YuacTox ¢ HAYaIbHOM 30HON paspylIeHus GAIIHU:
@ — TIOBEPXHOCTH M3JI0Ma C 04aroBOM TPELIWHOH (BblIeleHa
[ITPUXOBBIM MPSIMOYTOJILHUKOM) y TOpIA pedpa sKeCTKOCTH
(TIOKa3aHO [MJIWHHOM CTPEJIKOM), MPUBAPEHHOTO K CTEHKe
Oamrau (MecTa CBapKH yKAa3aHbI KOPOTKUMHU CTPEIKAMHU); 6 —
PasBUTHE TPEIINH OT KOPHS CBAPHBIX COEANHEHU pedpa xe-
cTKOCTH ¥ OamHy (momepedHsli mutudg pebpa KecTKOCTH);
6 — ouaroBas TpellwHa (B OBaje) U y4ACTOK IIOJPACTAHUA
HaYaIbHOU TPEITUHBI (OTpaHUYEH IIyHKTUPOM)

Fig. 6. The area with the initial zone of the tower destruc-
tion: @ — fracture surface with a focal crack (indicated by a
dashed rectangle) at the end of the strengthening rib (shown
by a long arrow), welded to the wall of the tower (the sites of
welding are indicated by short arrows); b6 — development of
cracks from the root of welded joints of the strengthening
rib and tower (transverse section of the strengthening rib);
¢ — focal crack (in the oval) and the area of growth of the
initial crack (circled by a dotted line)
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Puc. 7. MukpocTpoeHre MOBEPXHOCTH HAYATHHOTO paspyureHus (cM. pHc. 6, 8): @ — ouaroBad Tpel[rHa (KOPOTKasd CTPETIKA
yKasbIBaeT Ha TPAKOBLIE CIeIbl, AIHHHASL — Ha BTOPHIHbIE TPEIIWHEI); 6 — 30HA IIePeX0/ia 09aroBOH TPEIIUHEBI K YCKOPEHHOMY

Pa3sBUTHUIO

Fig. 7. The microstructure of the initial fracture surface (see Fig. 6¢): a — focal crack (short arrow indicates track-shaped
marks, long arrow indicates secondary cracks); b — microstructure of the transient zone wherein the focal cracks rush to accel-

erated development

CKuit 6/IeCK M BTOPWYHBIE TPEIUHBI 00YCIOBIEHBI
MpUTHPAHUEM 6eperoB U BBICOKMM YPOBHEM HATpY-
30K. [Ipu usyuyeHUn ee MUKPOCTPOEHUS JI BBIABIIE-
HUSA TPUPOABI 0YATOBOTO Pa3pyIlIeHus O0HAPYKUIN
NPU3HAKW, CBOHCTBEHHbIE TpEIIMHAM MAaJOIUK-
JI0BOH ycrasoctu [14], Takue Kak «TpaKOBbIE» BMd-
TuHbI (puc. 7, a). B monp3y MalIonUKIOBOTO Xapak-
Tepa yCTaJOCTHOTO PaspyIIeHUd CBHUAETEIbCTBYIOT
MUEpO(paKTorpariecKre AeTaau 30HBI AaTbHEH-
IIIeTO MPOABUKEHUA 0YArOBOM TPEIIUHEI (BbIeIeHa
KakK o00JacTb MOAPACTAHUA HAYAIBHOH TPEIHUHBI
Ha puc. 6, 8). Kak u cBoiicTBeHHO 30HAM YCKOPEHHO-
IO PasBUTHA TPEIIUH MAaIONHUKIOBOH YCTAJIOCTH
[12, 14], B crpoeHum »TO# objacTu OOHAPYKEHBI
9IeMeHThI MUKpOpenbeda, XxapaKkTepHble A pas-
PYIIEHHs IIPU CTaTUYeCKOM Harpy:keHuu. B maHHOM
ciydae 970 (paceTKy XpyIKOTO paspylieHUs B BHJE
JIETIeCTKOOOPA3HBIX CKOJIOB C PA3JIMYHOMN IIPOCTPaH-
CTBEHHOU opueHTaruei (puc. 7, 6).
IleficTBUTEIBHO, OMOPHBIE CHCTEMBI BETPOTYP-
OMHHBIX YCTAHOBOK IIOJBEPTAIOTCI ITUKINIECKOMY
a’pOAMHAMHUIECKOMY ¥ MEXaHWUIECKOMY HATPYIKEeHH-
IM, B TOM 4YHC/Ie BHOPAIIMOHHOMY, HCIIBITHIBAIOT
BO3JIEMCTBHE 3HAYUTENbHBIX KPYTAIINX U HU3ruda-
OIAX CTATHYECKUX U JUHAMHUYECKUX CHJI, YacCTO
MMEIOIUX KMILYJIbCHBIN xapakTep (IIpu ITOPhIBaX
BeTpa). XapakTep JaIbHEHIIIero pasBUTHA IIpoIecca
paspyieHnuss OalllHH BeTPOreHepaTopa, IIPOUCXO-
IUBIIETO C MIEePUOJUIECKHUMH OCTAHOBAMHY H C IIepe-
MEHHOH CKOPOCTBIO, TaK:Ke OBbLI 00yCIIOBIIE€H CIIeIH-
uroil TpHUIOKEHUS HATPY30K: CIO0KHBIMH YCIIO-
BUSMH ¥ HEITOCTOSHHBIM XapaKTepOM Harpy:KeHWU.
Bosuurarmmne HAIPSKEHUA ABISAIUCH JHOCTATOYHO
BBICOKHMH JJIS OKOHYATEIHLHOTO paspyIleHus, HO
IUIATENHHOCTh UX MPHUIOKEHUsS ObLIa HEIIPOIOJIKHI-

tenbHa. Kpome Toro, TOpMOKEHHI0 TPEIIUH CII0CO0-
CTBOBAJI XOPOIIHUH YPOBEHD ILUIACTUIHOCTH METAJLIA.
B cBsasu ¢ geficTBueM 3THX (PAKTOPOB MATHCTPAIH-
HbIe TPEIINHbI IPOIBUTAINCh CKAYKAMH; 0JIOM Ha-
CTYIIWJI TOTZIA, KOTJ[A YPOBEHD U BPEMS ITPUIIOKEHIS
HaTPY3KHU OKA3AJINCh JOCTATOYHBI /I OKOHYATENh-
HOTO pasJelieHus OCTABIIEroCAd KMBOTO CEUEHWUS
KOHCTPYKITUH.

Takum obpasom, paspyineHue OalIHA BETPOYC-
TAHOBKHY OBLIO MHUITMHPOBAHO B CBAPHBIX COENMHE-
HHSAX pebpa ;KeCTKOCTH, KOTOPhIE OrPAHMYMIIH YIIPY-
TYI0 TOJATIUBOCTDb CTEHKU U CO3[aTH 30HY JTOKAJIH-
3alUy HANPSIKEHUH, yCyryOJeHHYI0 HebJIarompu-
STHOH TreoMeTpued MpOoQuis TABPOBOTO CBApHOTO
mBa. PopMupOBaHWE U PA3BUTHE HAYAIBHOM Tpe-
IIUHBI y TOPIla pedpa KeCTKOCTH MPOU3OIILIO IO Me-
XaHU3MY MAJIOIHUKIOBOH YCTAJIOCTH, YTO YKA3bIBAET
Ha TEPHOJUYEeCKOe BO3ZHHKHOBEHHE COCTOSHUM IIe-
perpysku, o0yCIOBI€HHBIX KAK KOHIIEHTpAI[ied Ha-
NPKEHUH, TaKk U CJIOMKHBIMH TeMIIepaTypPHO-CHIIO-
BBIMH YCJIOBHSAMH SKcIuryaramuu. OcHoBHAS (PU3H-
KO-MeXaHWJYecKad NMpUInHa OOpYIIeHUs BeTPOTeHe-
paTopa — TOTeps HeCcyIeHd CHoCOOHOCTH OallrHu
[IPH JOCTH:KEHUY KPUTHUYECKOH MJIUHBI YCTAIOCTHON
TPEIMHON B pe3yJbTaTe AJIUTEIbHOTO AeHCTBUA
9KCIULyaTAIlMOHHBIX HATPY30K, 4TO 00YyCIOBHJIO Ha-
CTYIUIEHHE IIPEIebHOT0 COCTOSTHUA KOHCTPYKIIMH C
ee TOCJIEeYIONIUM XPYIIKAM PaspyIIeHueM.

3axJaroueHue

Ilokasamo, 94TO OTKA3bl TEXHUYECKUX H3IAEITUH,
UX 9JIEMEHTOB H JeTajei 00yCI0BIeHbl B OCHOBHOM
nByMA (paKTOpaMH — HEIPABUJIbHBIMA METOMAMU
SKCILIyaTaIli U MOTPEITHOCTAMHU TEXHOJIOTHIECKUX
IIPOIIeCCOB M3TOTOBIeHUdA. McciaemoBanHble ciaydau
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aBApPUUHBIX pPAa3PYIIeHUH ObLIM HHHUIAUPOBAHBI
TEXHOJIOTHIECKUMH MHKPO- ¥ MakKpojedeKTamu.
OcHOBHBIE IPUYUHBI KATACTPOMPUIECKOTO paspyIiie-
HHS aBTOMOOMJIBHOTO Ta30BOTO 0AJIOHA CBA3aHBI C
orpybiieHreM H HEOIHOPOMHOCTBI0 PACIIPEIEeICHU
WHTEPMETAUITUAHOM (hashl B AIIOMUHUEBOM CILIABE,
13 KOTOPOTO M3TOTOBJIEH JeiHep. B pesynbrare Tex-
HOJIOTHYECKasA oIlepalud 3aKaTKH COIIPOBOXKIAIACDH
IIOBBIIIIEHUEM I1€POX0BATOCTH BHYTPEHHEH II0BEpX-
HOCTH JIeliHepa, 4TO CO3[ajI0 Ha Hel CUCTeMy MUK-
POKOHIIEHTPATOPOB HAIPKEHUH, O00YCIOBUBIINX
IIOABJIEHHE HA4YaJIbHbIX MEPUJINOHAJIBbHBIX TPEIINH,
TPEIIUH YCTAJIOCTH U MPEKIeBPeMeHHoe (pparMeH-
TanuoHHoe paspyirenue. O6pylieHne BeTporeHepa-
TOpa HAYaJIOCh OT HEIIPOBAPOB, ABIAIOIIUXCI OIHU-
MU u3 Hambojee OMACHBIX W PACIPOCTPAHEHHBIX
TEXHOJIOTUYECKUX JIe(PEeKTOB CBApPKH, CTHUMYJIHPY-
IOIUX 3apOKIeHre TpeluH. Beuny HemsbexHOCTH
CBapOYHBIX J1e()eKTOB OCHOBHOH ¥ OYEBUIHBIH
BBIBOJT OTHOCHUTCSI K Ba/KHOCTH IIPOBEIEHUA TIIA-
TeJIbHOW TEeXHWYECKOH WHCIEKIIMHM CBAPHBIX IIIBOB
(B TOM YHCIIE KAKYIIUXCAd BTOPOCTEIEHHBIMH) KaK
Ha CTaqU¥ U3TOTOBJIEHUS, TAK U IIPU DKCILIyaTalluu
KOHCTPYKITUH. BbIABiIeHWe NIpPUPOAbl HAYAIHHBIX
TPEIIUH IT03BOJAET 000CHOBAHHO ITOMOUTH K OIIpe-
IeJIEHUI0 pecypca OallleH BeTPOreHepaTopoB II0
KPUTEPHUIO 3aPOKIEHUI TPEIUHbI IPHU MAaJIOITUKIIO-
BBIX Harpy3Kax.

IIpuBenenHbIe TPpUMEPHI PA3PYILIEHUI OTHOCAT-
csl K ITOCTEIIEHHBIM OTKa3aM, TaK KAk 00yCIOBJIEHBI
IIPOABJJIEHHEM 3aJIOMKEHHBbIX TEXHOJOTUYEeCKUuX Jie-
dexroB. PaccmoTpenubie ciiyuan aBapui ITOATBEPIK-
IAI0T, YTO OCHOBOH 00EeCIIeYeHWs HAIEKHOCTH U
6€e30IMaCHOCTH Pa3INYHBIX 00BEKTOB MAIIHHOCTPOE-
HUA ABJISETCA, IIPEKIe BCEr0, OPraHU3aIUI TEeXHO-
JIOTHYECKOTO ¥ TEXHUIECKOTO KOHTPOJIA.
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B nenax obecriedenns 6e30IaCHOCTH ATHTENIBHOH SKCIUIyaTallu TPyOOIIPOBOLOB B KINMATIIe-
ckux ycnousax CeBepa IpoBefieHA OLIEHKA OCTATOYHOM IPOYHOCTH M TEXHUYECKOTO COCTOSHHA
MaTepuasa TpyObl MArHCTPAIBLHOTO rasonposoza auamerpoM 530 MM us cranu 14XI°C. Mexauu-
YecKue CBOMCTBA OIPeelIAIN C UCIIONb30BAHNEM CTAHJAPTHBIX METOAUK Pa3pyIIAIOIINX HCIIbI-
TaHu# B Ta00PATOPHBIX yCIoBUAX. PakTHIecKre 3HAYEHNA TPEIIXHOCTOMKOCTH U 3a1aca pod-
HOCTH TPYObI HAXOVIH IIyTeM HATYPHBIX UCIIBITAHUN BHYTPEHHUM /IaBJICHUEM 10 Pa3pyIeHHs.
Taxwue ucHBITAHUA IPOBOAUIN HA CTEH/E, BKIIOYAOIIEM O0bEKT HCCIeIOBAHUN U KOMIIBIOTED-
HO-M3MEPHUTENbHBIA KOMIITIEKC, KOTOPBIH ITOKA3bIBaeT PeaKInIo 00beKTa Ha HarpysKy. Mcnbira-
HUA IPOBOJVIH Ha (hparMeHTe TPyObl, KOTOPHIH BHIPE3ATIN U3 INHEHHOH YaCTH MarkuCTPAIbHOTO
rasolpoBoja U 3aBapUBATIH ChepHIecKHME 3ariaylukaMu. Ha HapysKHyI0 TIOBEPXHOCTb CTEHKH
TPyObI BAOJIH €€ OCK HAHOCHIX HAZIpes3, INIyOUHY KOTOPOTO PACCINTHIBAIN TAKAM 00pa3oM, 4To0bI
paspymIaolas HarpysKka Ha JIMTaMeHTHOe CedeHHe B MecTe Hafipe3a COOTBETCTBOBAIA paboueMy
IABIEHUIO ra3onpoBosa. PesynbraTsl HcciefoBaHui He ITOKA3aIH CylECTBEHHBIX U3MEHEHUN
MeXaHUIECKUX CBOMCTB MeTalIa TPyObl MaruCTPaIBLHOTO ra30IIpoBo/a, He IOJyIUBIIEr0 BUAN-
MBIX KOPPO3HOHHBIX U JepOpMAaIlHOHHbBIX II0BPEKICHII IPY IIUTEIHHON ero SKCILIyaTalui B
yenoBusax Cesepa. McibiTanusa Ha yJapHbIH U3THO He BBIABUAIM OXPYITMHBAHUA MeTalta Tpyo.
Harypubie ucrbiTanus TpyObI ¢ HCKYCCTBEHHO HAHECEHHBIM TPEIHHONOZO00HBIM KOHIIEHTPATO-
POM IIO3BOJIMIIN PACCYUTATH 3HAUEHNE KPUTHIECKOT0 KOod(h(UITHeHTa HTHTeHCUBHOCTH HAIIPSKe-
HUH, 10 KOTOPOMY MOKHO OLIEHHTH OCTATOYHYIO IIPOYHOCTH TPYOBI C IIPOROIBHON TPEIIHHOM.
SHaueHNe CHJIOBOTO KPUTEPUA MEXaHUKM PaspylleHHs CBUAETEIbCTBYET O COXPAHEHHUHU IOCTa-
TOYHO BBICOKOH BA3KOCTH JIMCTOBOrO MeTasuia Tpy6. Ilono6HbIe nenbiTannsa IpuMeHAeMbIX B Ma-
THCTPATIBHBIX Ta30IIPOBOAaX TPYO (PasIHIHbIX TUIIOPA3MEPOB, M3 Pa3HbIX MApOK cTasei) OyayT
MIPOJIO/IKEHBI C YI€TOM AMAIA30HOB TEMIIEpATyp X Ierpajaliiy MaTepHaa IocjIe JIHTeIbHON
SKCILTyaTaIlUH.

KiroueBbIe ciioBa: MaruCTpaIbHBIA Ia30IIPOBOL; HATYPHBIE UCIILITAHN; PA3pyLIEHNE; MeXa-
HUYECKHe CBOMCTBA; KPUTHIECKHH K03(DUITHEHT HHTEHCHBHOCTH HATIPAKEHUH.
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The residual strength and technical condition of the material of 530- mm steel pipe (14KhGS) of main gas
pipeline are estimated to ensure the safety of long-term operation of pipelines in climatic conditions of the
North. The mechanical properties are determined using standard methods of mechanical testing in labo-
ratory conditions. A full-scale pressure test up to failure is used to determine the actual values of the frac-
ture toughness and safety factor of the pipe. Full-scale tests were carried out on a test bench, a com-
puter-measuring complex which displayed the reaction of the object to the load. A pipe fragment was cut
from the linear part of the main gas pipeline and welded with spherical plugs. The outer surface of the
pipe was notched along the pipe axis. The depth of the notch was calculated such that the breaking load on
the ligament section at the notch site corresponded to the working pressure of the gas pipeline. No signifi-
cant changes in the mechanical properties of the pipe metal were revealed in the absence of visible corro-
sion and deformation damage during long-term operation of the pipe in the North. Impact tests did not re-
veal embrittlement of the metal of the tested pipes. Full-scale tests of a pipe with an artificially applied de-
fect made it possible to calculate the value of the critical stress intensity factor, which allowed us to esti-
mate the residual strength of a pipe with a longitudinal crack. The value of the strength criterion of the
fracture mechanics indicates the preservation of a sufficiently high viscosity of sheet metal pipes. Similar
tests of the pipes (of other size and made of other materials) operating in the main gas pipelines should be
continued taking into account temperature ranges and material degradation after long-term operation.

Keywords: main gas pipeline; full-scale tests; failure; mechanical properties; critical stress intensity

factor.

BBenenune

B macrosiee Bpems mnpobiema mpoiieHus cpo-
Ka CIy:KObl ¥ 0e30IacHON JKCIIyaTA[dH ITOTEHIIH-
QJIBHO OIIACHBIX IPOU3BOACTBEHHBIX OOBEKTOB —
OlHA U3 BAKHEUIINX HAYYHO-TEXHUIECKUX 3a7ad.
MarucrpanbHble Ta30IPOBOABI, IPeIHA3HAYEHHBIE
IS TPAHCIOPTHPOBKM IIPUPOMHOrO rasa W3 pai-
OHOB JO0OBIYM K IIyHKTY IIOTPEOIeHUs, SBISIOTCS
00BEKTAMU TTOBBIIIEHHOTO PUCKA, HA KOTOPHIX BEJIH-
Ka BEpPOATHOCTh BOSHUKHOBEHUS TEXHOTEHHBIX aBa-
puii, BBI3BAHHBIX B TOM YHCJI€ U HEJOCTATOYHOM DKC-
ILUIyaTalliOHHOM IPOYHOCThI0 MeTrajia. Paspyiie-
HHS MATHCTPAIbHBIX FAa30IIPOBOLOB MOTYT IIPHUBECTH
K OOJIBIIMM SKOHOMHUYECKHM IIOTE€PAM, HAPYIIHUTH
SKOJIOTHYECKOE PABHOBECHE I[€JION0 PEruoHa, BbI-
3BaTh KaTaCTPO(HUUECKHEe MOCIEACTBUS IJI OKpY-
JKAOIel Cpenbl, HAPYIIUTD KU3HeobeceyeHne Ha-
CEJIEHHBIX IIYHKTOB.

B nepsyio ouepens 5TO CBA3AHO C TEM, YTO GOJIb-
IIMHCTBO MaTrWCTPAIbHBIX Ta30IPoBOa0B Poccuu Ha
MAaHHBIA MOMEHT HAaXOIUTCA B DKCILIyaTaluu 6osee
33 mer [1]. B wacTtHOCTH, MarucTpaJIbHBIE TA30IIPO-
Bozbl Pecniyonukn Caxa (SAxytus) skcruryaTupyor
B 30HE PACIPOCTPAHEHHS BEYHOMEPS3JBIX I'PYHTOB
¢ 1970 1., T.e. CPOK DKCILIyaTallUW IIEPBOH HUTKU
rasompoBoga cocrasisier okoso 50 ser. Boabras
YaCcTh JIMHEHHBIX MATMCTPAJIbHBIX CHCTEM PEeCILyl-
JINKKA PACIIOJIOKEHA B CJIOMKHBIX HHIKEHEPHO-Te0JIo-
THYECKUX YCIOBHAX — HA 3a00JI0YeHHBIX U 00BOJ-
HEHHBIX TEPPUTOPUIX, OIOJ3HEBBIX YYACTKAX U
wromagax. Ha merasn TpyO BO3HEHCTBYIOT SKCTPe-
MaJIbHO-KJIAMAaTHYeCKre (PaKTOphI, YTO (pOpMHpPyeT
0ocobOble  yCJIOBHsSI OKCILUIyaTallid ra3ompoBoja
[2 -5].

Hayunbie uccnenoBanusa [6 — 9], mocBsAIeHHbIE
M3YYEHHUIO [Ierpajaluyu CTPYKTYPbl U H3MEHEHHUIO
MeXaHUYEeCKUX CBOMCTB CTaJIed INTEIbHO SKCILIya-

THUPYIOUINXCA MaTUCTPAIbHBIX Ta30IPOBOIOB, TTOKA-
3BIBAIOT, YTO METANI TPyO0 B TeUeHHE MIUTEIbHOMU
SKCIULyaTalluy He IMpeTepreBaeT 0COObIX CTPYKTYP-
HBIX M3MEHEHWH. ¥ CTaHOBJIEHO [1], YTO mpomomKu-
TEeIbHOCTD SKCILIYATAIlMH HE OKa3bIBAeT 3aMETHOTO
BIMSHUA HA OCHOBHBIE MEXaHHWYECKHe CBOIHCTBA
Tpy6. OCHOBHOM IIPUYMHOM Pa3PYIICHHUS ITOI3€M-
HBIX T'a30IIPOBOJOB SBJISETCS KOPPO3HS MeTajlia
Tpy6 H3-3a HAPYIIEHWS 3AIIUTHBIX CBOMCTB M30JI-
[IMOHHOTO TOKPBITUA. OTU JAHHBIE MOATBEPIKIEHBI
pesyabraraMu HCCIeNOBAaHUSI CTPYKTYpbl [6 — 8],
a TakKe TeM, YTO MEeXaHWYeCKHe CBOHCTBA Mare-
puana 3a J0BOJBHO [JINTENHHBIN MEPHO] DKCILIya-
Tanuu TPyO B COCTABE€ MATHUCTPAIBHBIX Ta30IPOBO-
OB, HAXOASIIMXCA B [JIUTEIBHOH JKCIIyaTaI[UH,
COOTBETCTBYIOT TpeOyeMbIM HOPMATUBHBIM XapaKTe-
pucturam [9].

B 10 xe Bpems B HeKoTOpBIX pabdorax [10 — 12]
[MOKa3aHOo, YTO IPH [JIUTEJIHLHON SKCIUIyaTAIluHd Ma-
FHCTPAJIbHBIX TPyOOIpoBoaoB (Gosee 20 yier) B Me-
Ta/ax TPyO MPOUCXOAAT IIPOIECCHI, XapaKTepHbIe
oad  pedopMmaruoHHoro crapenud. Jlerpamarms
CBOMCTB MeTajla CBA3aHa C IepepacrpeneieHueM
yriieposia, asora U IPYTHUX 3JIEMEHTOB, HBOJIOIHEH
IHCIOKAITHOHHON CyOCTPYKTYPhI, PACIagoM IeMeH-
THTa, 00PA30BAHUEM MUKPOTPEIIHUH, JTO MOKET IIPH-
BECTH K IIOBBIIIEHUI0 TEMIIEPATYPbhI BA3KOXPYITKOTO
repexo/ia, PasBUTHIO YCTAIOCTHBIX IIPOIIECCOB, IIPH-
BOASAIINX K CHHKEHHWIO KPUTHYECKOTO pasMepa J0-
IMyCTUMBIX JIe(PEeKTOB, BO3PACTAHUIO OITACHOCTH KOP-
PO3HOHHOTO PACTPECKUBAHUA IO/l HATIPAKEHUEM.

AHanu3 BO3HUKHOBEHWS aBapuii Ha MAarwucr-
PaJIbHBIX CUCTeMax HKyTI/II/I II0O3BOJIAET CAe/JIaTh BbI-
BOJI, YTO BEPOATHOCTb OTKA30B, 00YCIOBIEHHBIX JIe-
rpajaroOHHbIMU IIPOIECCAMH B MeTaje TPyb mpu
UX JINTEIbHON SKCITyaTaruu, Bospacraer [13, 14].
IIpuuunoit paspymienus TPyOOIIPOBOAOB, KAK IIpa-
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BUJIO, CTAHOBATCA Me(heKTHI THIIA TPEIUH, a TAKKe
HeZ0CTaTOYHOe COIIPOTUBJIEHUE MaTepuaia Ux pac-
IIPOCTPaHEHUIO0 IIPHU BO3INEUCTBUM 3aJaHHBIX BKC-
IUIyaTAMOHHBIX (PAKTOPOB (TEMIIepaTyphl, CPEIbI,
CKOpPOCTH Harpy:;KeHusd, XapakTepa U IIUTEIbHOCTH
IelcTBUA HArpys3kw u T.1.). [losTromy momumo usy-
YeHUd BIUAHUA IJIUTEIBHOM HKCIIyaTalluy Ha Me-
XaHWYeCKHe CBOMICTBA MeTaylla ra3oIpoBOja, BO3-
HUKAeT He0OXOMUMOCTh OIIpe/ie/IeHUs BeIMINHBI CO-
IIPOTUBJIEHUS MaTepHuaia paclupoCTpaHEHUI0 B HeEM
TPEeIIuHbI (€T0 TPEIIMHOCTORKOCTH) U yJueTa 3Hade-
HUU 3TON XapaKTEepPUCTUKU IIPU OIleHKe 0CTaTOYHOU
IIPOYHOCTH MaTepHajla B KOHCTPYKLIMHU IIPU 3a1aH-
HBIX YCIOBUAX €e dKCILIyaTaIun.

UccnenoBanme  u3MeHeHUA  MeEXaHUYIECKHUX
CBOMCTB TPYOHBIX CTajieldl B IIPOIECCE IIHTEIbHOM
SKCIUIyaTaluy UMeeT 00JIbIoe 3HAYECHHE JJIsT TIOHH-
MaHUSA IIPOIIeCCOB paspylleHusd, a olpeleleHUe
(haxTHUeCKUX 3HAYEHUI TAPAMETPOB TPEIIUHOCTOH-
KOCTH U 3aI1aCOB IIPOYHOCTH PeATbHBIX MEeTAJJIOKOH-
CTPYKIIMH HEBO3MOIKHO 0e3 IPOBEIeHHsI HATYPHBIX
ucnerranuii [15, 16]. Ilpuknaguas s3amaga Takux
HCCIENOBAaHUU COCTOUT B OIlEHKE OCTAaTOYHOM IIpPOd-
HOCTH U TEXHHUYECKOTO COCTOSHUS MaTepuaia Tpyo,
a Tak:Ke BBIPAOOTKE IIPOTHO30B, KACAMOIIUXCA MEep-
CIIEKTUB JaJbHeHIel 0e30MacHOH SKCILIyaTalluu
JIeHCTBYIONIUX ra30IIPOBOIOB.

Ilenas paborsl — mccIemoBaHre MEXaHUIECKUX
cBOMCTB MeTajia razomnposoaa us cranu 14XI'C mo-
cle IINTENbHOU SKCIIyaTallud B 9KCTPEMAaJIbHBIX
yenoBusx Cesepa.

Mertoanl HCcCIeOBAHUA

HccnemoBanu dparmenTsl Tpex Tpyo (w3 dep-
purHo-tiepautHo# cranu 14XI'C) agmamerpom
530 MM ¥ TOJIIITUHO¥M CTEHKH 8 MM, BhIpE3aHHBIE U3
y4acTKa MaruCTPaIbHOTO TA30MPOBOJA IIOCTEe K-
TebHOH sKcIuryaranuu (B Teuernue 50 jser) ¢ pabo-
yum pasinemnem 3,5 — 5,5 MIla. Ilpu BusyambHOM
OlleHKe MeTaJIa TPy6 HATuIne KOPPO3UOHHBIX H JIe-
(hopMaIMOHHBIX MMOBPEXKICHUI He ObLIO 00HApY:Ke-
Ho. Tpy0On! mmenu ceprudurars: kKadecrsa (1963 r.),
B KOTOPBIX IPHUBE/IEHbI TaHHBIE 0 MapPKe CTaJIH, Ipe-
Je7Iax MPOYHOCTH W TEKYYEeCTH II0 pe3yibTaraM 3a-
BOJICKUX HCIIBITAHUH.

Ucnobrranua o6pas3ifoB Ha CTaTUYECKOe PaCT:-
skeraue mposommwiau mo I'OCT 10006-80 u I'OCT
1497-84 mocpencTBOM HArpy:KeHUS Ha DIEKTPOMe-
XaHUYEeCKOW wucmbITaTenbHol mammue Zwick/Roell
7600, ucubrranus Ha ymapubii usru6 — mo 'OCT
9454-78 Ha WHCTPYMEHTHPOBAHHOM MAasSTHUKOBOM
rkorpe Amsler RKP 450. Hanpessr o6pasmos (V-
o0pasHple) HAHOCWIH CIEIUAJbHBIMHA HOKAMHU
(mpors:xkamu) Ha MoTopusoBaHHOM cranke Black
Charpy. Temneparypy ucnbITaHUS B AMANA30HE OT
—60 mo +20 °C obecrneurBayin OXJIaMkIeHneM 06pas-
110B B Kiaumarudeckoi kamepe Lauda RP 890. 3ua-

YeHHe YIAPHON BA3KOCTH HAXOMW/IN yCPeIHEeHheM
Ppe3yIbTAaTOB UCHBITAHUM TPeX 00PasIfoB.

XuMudecKuii cocTaB MeTaia TpyO ompenessain
B coorBercTBuu ¢ 'OCT 18895-97 ma onTuro-smuc-
cuoHHOM aHayuszarope Foundry-Master.

Harypubie rugpaBindeckre UCIBITAHUSA IIPOBO-
IWIN B clienraibHOM OeromHOoM Oyukepe. Ha puc. 1
TIpUBEJIEHa CXeMa WCIBITATEIbHOTO CTEH[a Harpy-
JKeHHUsA (pparMeHTa TPyObl BHYTPEHHUM [TaBICHHEM.

HcnobrraTenbHbId CTEHA IIPEACTABISeT CO0O0MH
CHUCTEMY [JiA IIPOBENEHUS HATYPHBIX WCITBITAHUN
TpyObI ¥ KOMIIBIOTEPHO-U3MEPUTEIBHOTO KOMILIEKCA
IUIS CHATHUS II0KA3aTellell PeaKIUK HUCIbITHIBAEMOTO
o0bekTa Ha Harpysky. Tpy0Oy I HempepbIBHO HATpy-
JKaUTH IyTeM 3aKauyKy BOJABI M3 3APABOYHON €MKO-
ctu 3 mocpeacTBoM pydHoro Hacoca HP mo paspy-
IAIOIIEr0 AABJIEHUs C OMHOBPEMEHHON PEeruCTPaIiy-
el remeparypbl. BHyTpeHHee 1aBiieHue [IPH UCIThI-
Tanusax usMmepanu manomerpom MH. Temmnepatypy
MeTrasniaa TPyObl BO BpeMs UCIIBITAHUA PETHUCTPHUPO-
BaIU peodpas3oBaTeeM CUTHAJIOB, IPUXOASIIINX OT
tepmomerpoB comporuBiaenus (TC) u Tepmomap
nperusuoHubix (TII), «Tepron» 4. IlaBmenue moj-
HuMaIu co ckopocthio 0,12 — 0,16 MIla/mum.

HcnbiTanus MpoBOAMIN HA OTPE3Ke TPYOBI -
HOIT 6 TUaMeTpPOB, KOTOPBIHA ObLI BHIPE3aH U3 JIUHEH-
HOTO y4JacTKa TPyObI MarucTpajbHOTO ra3ompoBojia
¥ 3aBapeH CepryecKuMu 3ariaylikamu (puc. 2, a).
Ha mapy:xHO# ITOBEpXHOCTH CTEHKHU TPYOBI BJIOJb €€
ocu ObLT HAaHeCeH Hapes IHHON 260 MM (puc. 2, 6).
I'ny6uny Hampesa paccCYUTBHIBAIH TAKUM 006pasoM,
9TO0BI paspyliamlasd Harpyska Ha JUTaMeHTHOe
ceveHUe B MecTe Hajipe3a COOTBETCTBOBaja paboue-
My IABJIEHHIO TasompoBOia; PaguyCc Hampesa —
0,7 mm.

PesyasTarhl ncciaemoBaHuH

B Tab6n. 1 mpuBeneHb! AaHHBIE CIIEKTPAIBHOTO
aHaIm3a MeTauia uccaenoBaHubIx TPyO. Ilo comep-
JKAHUIO XMMHWYECKHX 5JI€MEHTOB OH COOTBETCTBYET
cocraBy crayu Mmapku 14XI'C mo 'OCT 19281-2014.
Ilo snemenTam C, Si, Mn, Cr mMerain uccieqoBaH-
HbIX TPyO u cranb 14XI'C pasnuuaroTcs B mpemenrax
15 -29 %.

B Tabn. 2 mpencraBienbl pe3ynbTaThl MEXaHU-
YECKUX UCIBITAHWHN CTajJed HUCCAeI0BAHHBIX TPYO U
nanable cepruduratos. IIpu cpaBHEHNH BBHIABIEHO,
9TO Tpemenbl TeKydectu (0,) u mpodHocTu (0,) Hc-
CIIeOBAHHBIX TPYO HE BBIXOAAT 34 [UANA30HbBI J[aH-
HBIX CEPTU(UKATOB.

Jlanuble HcIbITAHWE HA yOAPHBIA U3TUO MIpen-
CTaBlIeHBI B Ta0I. 3. 31ech ke [ CPAaBHEHUS IIPH-
BelleHbl MUHWMAJbHbIE TPEOOBAHWUS K 3HAUYCHHUIM
YAapHOH BA3KOCTH TOJICTOIHUCTOBOTO, IIIMPOKOIIOIOC-
HOTO YHHUBEPCAIBHOTO MPOKATA ¥ THYTHIX PO
mo I'OCT 19281-2014 naa cramu 14XI'C.
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Puc. 1. Cxema cucTeMbl UCIBITAHUSA U KOMIIBIOTEPHO-U3MEPUTENIHHOTO KOMILIEKca: ] — HcmbITyeMas Tpyba; 2 — 6yHKep; 3 —
3aIpaBOYHAT eMKOCTh; 4 — mpeobpasoBaressb cUrHanoB Tepmomerpos conporusiaerusa (TC) u Tepmonap mpenusmonubix (TII)
«Tepron»; K1, K2, K3, K4 — mapossie kpausr; K5 — Boszayxocmyckuoit kpar; MH — manomerp mexanwaeckuii; HP — noxkauu-

BaIOIIMH HACOC PyIHONI

Fig. 1. Diagram of the test system and computer-measuring complex: 1 — test pipe; 2 — hopper; 3 — refueling capacity; 4 —
signal converter of resistance thermometers (T'S) and thermocouples precision (TP) “Terkon”; K1, K2, K3, K4 — ball valves;
K5 — air valve; MN — mechanical pressure gauge; HP — manual booster pump

6

Puc. 2. ®parment tpy6s! quamerpom 530 MM (@) u BEI IPOJOIHHOTO HAmApe3a Ha TPyOe IIPH rUAPaBINIeCKOM HCIbITaHuu (6)

Fig. 2. A 530-mm pipe fragment (a) and a longitudinal notch on the pipe during a hydraulic test (b)

Pesynbrars! cieKTpalrbHOTO aHAIN3a U MEXaHU-
YEeCKUX UCIBITAHUH ITOKA3aJIH, YTO 110 XUMHUIECKOMY
COCTaBy M MEXaHHYECKUM XapPaKTEPUCTUKAM OCHOB-
HOU MeTajls BceX Tpex TPyd MarucTpaabHOTO raso-
mpoBoga coorBercrByer cramu 14XI'C  (I'OCT
19281-2014). JIluHAMHUYeCKHEe WCIILITAHWSA HE BBI-

ABUIN OXPYIYUBAHUSI MeTasia Tpy0 — ymapHad
BA3KOCTh OKa3aIach He HIKe MUHUMAIbHBIX 3HAYE-
Hui 1o craumaapTy (cM. Tabi. 3).

IIpu oneHke oCTaTOYHOM IIPOYHOCTH KOHCTPYK-
UWH OTBETCTBEHHOTO HA3HAYEHUA IIUPOKO WC-
MIONIB3YIOT IPHUHIIUT 6€30IIaCHOTO TOBPEXKIEHU, 10-

Ta6mauma 1. Xumuyeckuii cocras (%) merasia Tpy6s! (uuciaurens) u cranu 14XI°C cormacuo 'OCT 19281 (snamenaresnn)
Table 1. Chemical composition (%) of pipe metal (numerator) and steel 14KhGS according to GOST 19281 (denominator)

C Si Mn Cr Ni

P S Cu Al Fe

011-015 049-064 1,03-1,21 056-0,79 0,04-0,06

0,03 0,03 0,04-0,06 0,02 Ocr.

011-016 040-0,70 090-1,30 0,50-0,80 <0,30

<0,30 <0,35 <0,30 - -
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Puc. 3. Tpemuna, o6pazoBasiiasca Ipy UCIBITAHUAX (ppar-
MEeHTa JIMHEHHOTO y4acTKa TPyOhI

Fig. 3. The crack formed upon testing of the pipe fragment

MyCKAIOIuil Hanuuyue aederra B usgenun. Kpu-
THYECKHUI pasmep medeKTa OIEHHBAIOT METOMaMU
MEeXaHWKH Pa3pylIeHus, B KOTOPbIX IIPUMEHSIOT I1a-
paMeTrphl TpeuuHOCTONKOCTH. Haunbomee mocTosep-
Hble 3HAYEHUS TPEN[MHOCTOUKOCTH KOHCTPYKITHH
OTIPEJIETIAIOT IMyTeM HATYPHBIX UCIBITAHUH.

OxKpy:KHOE HANPSKEHNEe B CTEHKe TPYObI OLeHHU-
BaJH 110 popMmyJIe

o¢ = pRIt,

roe p — nasienwe; R u { — paguyc ¥ TOJIUHA
creHku TpyOnl. Kpuruueckuii KosdpduiimenT nHTEH-
CUBHOCTH HAIPSKEHUH Ompenesian Kak [17]

2
mass are 4-x

K2 -
cos © 2

)

rae @ — moaymIuHa Tpemunbl; M — roaddurrenT
KOHIIEHTPAIINN HANPSKEHWH CKBO3HOH TPEIWHBI B
HIIHHIPE; cos ® — rompaBKa Ha HAJIUYNE IIACTH-
YeCKOH 30HBI; (4 — X)/2 — 1ompaBKa, yYUTHIBAIOIIAS
HaIIP:KEeHHOe COCTOSHHEe B 3arjIylIeHHOM TpPy0o-
IIPOBOJE.

Pasmepsr wcnbiTanHO# TpyOR: R = 257 MwMm;
t = 8 mm; [ = 130 MmMm; TemmepaTrypa HCHBITAHUA —
or 0 mo -1 °C. PaspyiieHnue HACTYIIHIO IPH JaBJie-
uuu 57 arm (puc. 3). OKpy:kHOe HaIpSIKEHHe B
CTeHKe TPyObl B MOMEHT pPaspyIIeHHs COCTABIISIIO

Tab6auna 2. CpenHue 3HAYEHUST MEXaHIHIECKUX CBOMCTB Me-
Tamna Tpy6 (YHCINTEenb) W AaHHBIE CEPTH(UKATOB HA HTH
TpyObI (3HAMEHATENb)

Table 2. The mechanical properties of the pipe metal (nu-
merator) and reference certified data for those pipes (deno-
minator)

o,, MIla o, MIla S, %
361 -404 519-563 30-33
350 —480 510 -595 —

0,50,, uto coorBercTBOBas0 185 Mlla. Bemuumua
KPUTHYIECKOT0 K03(h(PHUIIMEeHTA WHTEHCHBHOCTH Ha-
npsxennii K, = 416 MIla - M2, Jlannoe 3HaveHme
CHJIOBOTO KpPUTEpPHA MEXaHUKH paspyiuenua K, ceu-
JETEIbLCTBYET O JOCTATOYHO BBHICOKOM BSI3KOCTH JIHC-
TOBOTO MeTajjia TPy0 ¥ IPEBBIIIAET MUHHUMAIHHO
HOpMHUpyeMbIii ToOKasarenb K, — He MeHee
400 MIIa - M2 [16]. PesynbTaThl KOpPPeIHPYIOT C
JAHHBIMH PaboThl [18], rme mpuBemeHbI 3HAYEHUA
TPEIUHOCTOMKOCTH [jIf HOBBIX TPy0 M3 aHAIOTHY-
HOT0 Kjacca crajei.

3akaroueHne

HccnenoBanusa MexaHWIECKHUX CBOHCTB TPYObI
u3 cranu 14XI'C marucTpaabHOTO Ta30IIPOBOA JUa-
MeTpoMm 530 MM, He HMEIOIero BUAUMBIX KOPPO3U-
OHHBIX ¥ Je()OPMAITIOHHBIX IIOBPEKICHUN, HE BBI-
SBUJIN CYII[ECTBEHHOTO WX HM3MEHEHWs B IIpoIiecce
IUIATENHHOH 9KCILTyaTanuu B yeaoBuax Cesepa.

B pesynpraTe HaTypHBIX HCIBITAHWUU y4acTKa
TpyOBbI C WMCKYCCTBEHHO HAHECEHHBIM TPEIUHOIIO-
MOOHBIM KOHIIEHTPATOPOM IIOJNyYeH KPHUTHIECKUH
ko3 puIeHT UHTEHCUBHOCTH HATPAKEHUH
K, = 416 MIla - m'2. 3nauenue mapamerpa K, mo-
3BOJIJIO OLIEHUTb OCTATOYHYIO MPOYHOCTH TPYOBI C
TPOA0JIBHOU TPEITUHOMH.

B panpHelinieM HE06XOZWMO MHPOIOJIKUTE IIO-
MOOHBbIE UCHBITAHWS B [EJIAX ONPENeIeHUs TPEeIy-
HOCTOMKOCTH GOJIBIIMHCTBA MPUMEHSIEMBIX B Maru-
CTPAIBHBIX Ta30MPOBOAX THUIIOPA3MEPOB TPyO u3
Pa3HBIX MApOK CTaJIeH ¢ yIeTOM AUATIa30HOB TeMIIe-
paTyp U Aerpasaliii MaTepuasia Imocie AIUTeIbHON
akcruryaTanuu. Oco6bIil HHTEpEeC BHI3BIBAIOT HATYP-
HbIe UCIBITAHUSA TPYO C KOJIBIIEBBIMH CBAPHBIMHU CO-
eIMHEeHUAMH MAaTrUCTPaIbHOTO Ta30IpoBOZa H3-3a
WX YaCTBhIX paspyirennii B ycrnoBusax Cesepa.
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neprcepsuc» u JIIIYMI' AO «Caxarpancuedreras»,
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Tpyo.

Ta6auua 3. CpenHrie 3HAYEHUS yIAPHOH BI3KOCTH MeTall-
JIa UCCIIeJOBAHHBIX TPYO

Table 3. Impact toughness of the studied metal pipes

Temmnepa- Y napuas
Marepuan Typa UCIIBI- BSIBKOCTb,
rarus, °C Tlax/cv?
Merann Tpy6 +20 124 - 143
-10 126 - 134
-40 62 -124
Crans 14XI'C -20 He menee 34

(I'OCT 19281-2014)
TOJIIIAHOHA OT 5 10 12 MM
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JluaruocTuky Hecyiei CriocoOGHOCTH MAIIMH U KOHCTPYKIIHMA, CIIy:Ke0HbIX CBOMCTB KOHCTPYKIIH-
OHHBIX MATEPHUAJIOB IIPOBOAAT PA3PYIIAIIUMI U HEPa3PyIIAKIINMU MeTogaMu. B cucreme He-
PaspyLIAIAX METO0B UCCIEIOBAHM CIIy/KeOHbBIX CBOMCTB MATEPHAJIOB U MU 0c060e Mec-
TO 3aHMMAIOT PAAUAIMOHHBIE CIIOCOOBI, 00IATAMOIIHEe UHCTPYMEHTAIBHBIME BO3MOYKHOCTSIMH
JMUATHOCTUPOBAHUA M KOHTPOJA M3MEHEHWH CIUIOIIHOCTH TBEPAOrO Tejla Ha PAa3HBIX CTPYK-
TYpPHBIX YPOBHAX. MeToqoM peHTreHOBCKOM MU(PPAKTOMETPHHN YCTAHOB/IEHA CTAOMIHLHOCTD Ha-
PSTKEHHO-1e(OPMUPOBAHHOTO COCTOSHUA 00PA3IIOB KOHCTPYKIIMOHHON CTAJIH, ITOJABEPTHYTHIX
MEHCTBUIO JIUTENBbHBIX (60stee 5 j1eT) cTaTMIecKux HATPy30K, He IIPEBBIMANINX Ipeaesa Te-
Kyuectu Mmartepuana. llenp mamHONR pabOThl — SKCIIEPUMEHTAIBHOE OIPEIeICHNe BIIMSHUS
YIPYTHX HATIPSAKEHUH, TIOCTOTHHO JIEHCTBYIOINX B T€UEHHE AITUTEIHHOTO BPEMEHH, U KIIMMAaTH-
YeCKOro (pakTopa Ha HM3MEHEHHe IMOJYIIUPHHBI PO AU(MPAKIIMOHHON JIUHUU. ¥ CTAHOB-
JIEHO, YTO IPSAMOJIMHEHHAS 3aBUCUMOCTD HOJIYIIMPHUHBI ITPOQWIA TU(PPAKIHOHHON JIMHIH CO-
XpaHdeTcs B [UalasoHe YIPYTHX Haups:keHWH, He npesbimatonux 0,50,. IIpencrasmens! pe-
3ylbTaThl U3MEHEHUA MUKPOCTPYKTYPHOTO COCTOSHMA (MHKpopedopMariuii), moIydeHHbIe 10
XapaKTePUCTUKAM POQWIA AU(PPAKIMOHHBIX JTUHUHA, OKCIIEPUMEHTAIBHO YCTAHOBIEHO, YTO
[UIMTEIHHOE JEHCTBHE MAaJIbIX YIPYTUX HAMPSIKEHWH [IPU IIEPHUOAMYIECKOM TOJ0BOM KOJIeOaHIH
remmeparyp (2013 — 2018 IT.) CylIeCTBEHHO He W3MEHSIeT XapAKTePUCTUKH Mpoduis audpak-
IMOHHBIX JIUHUH 00pasnoB KoHCTpyKimonHoM cranu 08mc. HampoTus, Hu3KHe KIuMaTHIeCKHe
TeMIIEPaTypPhl CIIOCOOCTBOBAIM YCTPAHEHUIO OTIENbHBIX HHCTPYMEHTAIBHBIX IIOIPEIITHOCTEH,
00yCIIOBIIEHHBIX KOHCTPYKTHBHBIME YCIOBHSIME SKCIiepuMeHTa. Peskoe n3MeHeHve 3HAYEHWHA
WUCTUHHOY IIOJIyIIMPUHBI TPoduiIa [uPaKINOHHBIX JHHUN IPY HampakeHuax o > 0,50, yxa-
3BIBAET, BO3MOYKHO, HA MUHUMAJIBHBIN IIPEIeI 3aI1aca MPOYHOCTH KOHCTPYKIIMOHHOM crasm 081ic
[IPH YCTAHOBJIEHWH BEIUYHUHBI [OILyCKaeMoro Hanpsuxenus (0). O6Hapy:KeHHbIe HOBbIE 3aKOHO-
MEPHOCTH U3MEHEHUH MUKPOILIACTUIECKOH AehopMalivy B KOHCTPYKIIMOHHBIX CTAIAX B JUAIa-
30HE YIIPYTHUX HAMPSIKEHII, COOTBETCTBYIOIINX PEATbHBIM SKCILIYyaTAIMOHHBIM HATPY3KaM, Tpe-
OyIOT IabHEHUIIero H3yIeHnus U aHAIN3a.

KiroueBsbIe ciIoBa: pacTsKeHNUe; IIHTENbHbIE CTATUIECKUe HATPY:KEHUT; TOT0BoEe KoebaHre
TeMIIepaTypbl; HAUPIKEHHO-1ed)OPMUPOBAHHOE COCTOSHUE; MUKPOCTPYKTYPA; PEHTTEHOCTPYK-
TYPHBIU aHATINS.

EXPERIMENTAL STUDY OF MICRO-DEFORMATION OF STRUCTURAL STEEL
UNDER SIMULATION OF OPERATING CONDITIONS
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Diagnostics of the load bearing capacity of machines and structures, service properties of structural ma-
terials are carried out by destructive and non-destructive methods. In the system of non-destructive meth-
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ods of diagnosing and monitoring of the service properties of materials and products, radiation technolo-
gies are of particular importance, since they have instrumental capabilities for diagnosing and controlling
changes in the soundness of a solid body at different structural levels. The X-ray diffractometry method
provided determination of the stability of the stress-strain state of structural steel samples subjected to
prolonged (over 5 years) static loads not exceeding the yield strength of the material. The purpose of the
study is to determine experimentally the effect of continuous (since 2013) elastic stress and climatic fac-
tors on the change in the half-width of the diffraction line profile. It is shown that the straight-line de-
pendence of the half-width of the diffraction line profile is maintained in the range of elastic stresses not
exceeding 0.50;. The results of changes in the microstructural state (micro-strains) identified by the char-
acteristics of the diffraction lines profile are presented and discussed. The results of the experimental
study of the effect of small steady elastic stresses reveal that periodic annual fluctuation of temperatures
(2013 - 2018) does not cause a significant change in the properties of the diffraction line profile of the 08ps
structural steel samples. On the contrary, low climatic temperatures contributed to the elimination of in-
dividual instrumental errors attributed to design conditions of the experiment. A sharp change in the true
half-width of the diffraction line profile at the stress values o > 0.50;, probably indicates the minimum
margin of safety of 08ps structural steel when setting the permissible stress value (o). The revealed
changes in microplastic deformation observed in structural steels in the range of elastic stresses corre-
sponding to real operational loads require further study and analysis.

Keywords: tension; long-term static load; annual temperature fluctuation; stress-strain state; micro-
structure; X-ray diffraction analysis.

BBenenue

OmneIT SKCILIyaTa[i¥ TOPHBIX MAIIHUH B 000py-
IOBaHUs, MATUCTPAIBHBIX TAa30- U He(TEIPOBOIOB,
IPYTUX TEXHUYECKUX CHCTEM IIOKA3BIBAET, YTO COBO-
KYITHOCTh PerJaMeHTOB Pab0Thl U OOCILy:KUBAHUSA HE
B TIOJIHOM Mepe 00ecriedynuBaeT UX HAIEKHOCTb B Te-
yeHue anuTenabHoro mepuoxa [1 — 3]. O6 akryanbHO-
CTH COBEpPIIEHCTBOBAHUS PErjaMeHTOB JKCILIyaTa-
[MH, B TOM YKCIIe C AarHOCTUPOBAHUEM HECYIIeH
CIIOCOOGHOCTH TEXHHUYECKHUX CHCTEM, CBHIETENbCTBY-
€T pacHIupeHue XO3IUCTBEHHOU IeaTeIbHOCTH
MPEINPUITHH U OPTAHU3AIUN B APKTUIECKHUX U Cy0-
APKTUYECKUX PErHOHAX CTPaHbl, OTIHYAIOIAXCS
IUTUTEILHBIM TIEPHUOIOM BO3JEHUCTBUSI HU3KHUX KJIU-
MaTtudeckux temneparyp (4, 5]. C npyro#t cTropoHbI,
HAJIEKHOCTh HECYIIUX SJIEMEHTOB MAIIHH U KOH-
CTPYKIIMH OIIpeneseTcs UX ONTHMAIBHON MEeTaI0-
€MKOCTBI0 WK KO2(p(HUIIMEHTAMH 3aIiaca IIPOYHO-
ctu. Koadduiments! 3amaca MpOYHOCTH HECYIIUX
9JIEMEHTOB BBIOMPAIOT HA OCHOBE SKCIIEPUMEHTAb-
HOTO ¥ TEOPETHYECKOTO YCTAHOBJIEHUS IIPEIeIbHBIX
TPAHUIl UCHOJIb30BAHUA IIOTEHIMATLHBIX  CIIy-
3KeOHBIX CBOMCTB KOHCTPYKITMOHHBIX MATEPUAJIOB
[6 - 8].

B HacrosIee BpeMs: HeCyIIyo CIoCOOHOCTh Ma-
IIIUH ¥ KOHCTPYKIHH, CIy:KeOHbIe CBOMCTBA KOHCT-
PYKIIMOHHBIX MAaTEPUAJIOB JIHATHOCTHUPYIOT pas-
PYUIAIOIIMMH ¥  HEepaspyIIaIUMA MeTOJaMH.
B cucreme HepaspyIIamIIuXx METOI0B TUATHOCTUKN
¥ KOHTPOJIS CIIyKeOHBIX CBOMCTB MATEPHAJIOB U W3-
Ieui 0c000e MeCTo 3aHMUMAIOT PATUAIIMOHHbIE CIIO-
co0bI, 06;1a7aM0IMe UHCTPYMEHTAIbHBIMU BO3MOK-
HOCTSIMHM WCCJIEIOBAHUA W KOHTPOJS H3MEHEeHUH
CILIOIITHOCTH TBEPOTO Teja Ha PasHbIX CTPYKTYp-
HBIX YPOBHSIX.

Ompenenenne HANEKHOCTH SKCILIyaTHPYEMbIX
MEeTAINIECKHUX U3IeIUH U KOHCTPYKIIMI MeTOgaMu
PEHTTEeHOBCKOM AU(PAKTOMETPUH — IIPUOPUTETHOE

HAIpaBJIeHNe UCCAENOBAHUN U IPAKTHIECKOTO IIPH-
menenwns. B paborax [9 — 11] ormeuena Boricokas ag-
(hbeKTUBHOCTH HCIIONIL30BAHUSA PEHTTEHOBCKUX JIH-
(pakTOMETPOB, B TOM YKCIIE IOPTATUBHBIX, /I TEX-
HUYECKOW  JHWATHOCTUKU ¥  HepaspyLIaioliero
KOHTPOJISA SKCIUIyaTUPYEMbIX ITPOMBIILIEHHBIX 00h-
€KTOB, KOHTPOJI Ka4eCcTBa U3TOTOBJIEHUS AeTaled U
1.11. MeTobl peHTTeHOBCKOM edopMoMeTpru obec-
MEYNBAIOT TAKKEe W3ydIeHUe IIPOIeCCOB edopMu-
poBaHusd Ha CyOCTPYKTYPHBIX YPOBHIX, HA KOTOPHIX,
BO3MOJKHO, MOTYT OBITH BBIABIEHBI XapaKTepHbIE
0COOEHHOCTH JIe(POPMAIINY KPUCTAIIINIECKOTO CTPO-
€HHUs KOHCTPYKIIMOHHBIX MATEepHAaIOB IpU HAMPH-
SKEHHO-1e(DOPMUPOBAHHOM COCTOSTHHU, BBI3BAHHOM
SKCILIyaTaluOHHbIMU Bo3meicTeuamu [12 — 16].

Ilenp manmOW PabOTHI — DKCIEPHMEHTAIBHOE
ompesieieHVe BIUAHUA YIPYTUX HAMPAKEHWH, II0-
CTOAHHO JIEHCTBYIOIINX B TeYEHUE [ITUTEIHLHOTO
Bpemenu (¢ 2013 r.), u KITUEMATHIECKOTO (haKTOpa HA
W3MEHeHUe MOJIYITUPHUHBI TPOQUIT Tu(PaAKIHOH-
Hou nmuuuu (B).

IIporpamma uccmeqoBaHuA BRIIOUATIA:

1) Harpy:XeHuWe HIEHTHYHBIX O00pasioB KOH-
CTPYKIIMOHHOTO MaTepuajia PaCTATUBAIOIIEH Ha-
Ipy3KOI, 00eclieYnBarOIel II0OCTOSHHOE JIeHCTBUE B
MOTIEPEYHOM CEeYEeHWH HAUPSIKEeHWH O, PaBHBIX
0,30,, 0,50,, 0,70, u 0,90,, B TedeHUE AIUTEIHLHOTO
BpeMeHu (B rojax);

2) MEepUOANYECKYI0 PEHTTEHOBCKYI CHEMKY
uKCcupoBaHHOM 061aCTH TIOBEPXHOCTH 00PA3IIOB HA
nudpakToMeTpe s ONpeeeHus NCTHHHOH HOIy-
IIAPUHBI TUQPAKITHOHHOTO mpodmiad B, MexIuio-
CKOCTHOTO PACCTOSTHUA KPUCTAIHIECKON PEIeTKH
U JIPYTUX XapaKTEPUCTHUK;

3) craTWdYecKoe Harpys;keHwe oOpasIoB HA OT-
KPBITOH aTMOC(EPHOH ILIOIIAKe U B 3aKPBITOM II0-
MEIeHUH [JIA YCTAHOBJIEHUA BAUAHUA KIAMATHYIE-
CKHMX (paKTOPOB HA H3MEHEHHEe XaPAKTEePUCTHUK JIH-
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Puc. 1. Cxema 00pasiioB KOHCTPYKIMOHHOM crasiu 081c, Ha-
XOMUBIIUXCA IO TEHCTBUEM CTATHYECKUX HATPY30K HA OT-
KPBITOH aTMOC(EPHOH IUIOIIATKE U B 3aKPHITOM ITOMEIeHHH

Fig. 1. Diagram of 08ps steel samples exposed to static
loads on an open atmospheric platform and indoors

dparmmonHoro mpoduis Marepuana 00pasIoB B
IuamnasoHe yIPyruxX HANPSKeHUH, IIOCTOAHHO Jel-
CTBYIOIITUX B TeUeHUe JIUTeIbHOTO BpeMeHH.

UccnemoBanuss OpoBOAWIAN HA CTPOUTEIHLHOM
cranu 08mc, KpUCTAIIHYECKas CTPYKTypa KOTOPOiH
uMeeT O0BEMHO-IIEHTPUPOBAHHYI0  KyOMYECKYIO
(OLIK) pemrerky. IlepBuunble MUKPOILIACTHYECKHE
nedopManuy B TAKOH CTPYKType HabII0Ialnch I0
ILUIOTHOYIIAKOBAHHBIM IIJIOCKOCTAM CKOJIBKEHUA BTO-
poro mopsAxnka, B uactHocTH hkl = (220).

Cxema u reomMeTpudyecKue pasMephbl 00pasiioB
cranu 08mc mpexncraBiaeHs! HA puc. 1.

XapaKkTepuCTHKNA MEXaHUYECKUX CBOMCTB CTAIIH
081ic ompenenanu myTeM HCHBITAHUA ILIOCKUX IIPO-
MOpUHMOHANBHEIX ob6pasmoB Ttuma [ mo I'OCT
1497-84 «Metannabl. MeTonbl HCIIBITAHUM HA PaCT-
skerue (¢ Mamenenusavu Ne 1, 2, 3)». [lomyyennas B
pesyibTaTe WCIOBITAHWHA yCpeAHEHHAs AuarpaMmMa
pacrsakeHus 00pasIioB MpecTaBIeHa Ha PUC. 2.

CraTuueckue HArpys3KW, pasBHBaeMble Ipy3aMu
PasHO# MAacchl, TPUKIAIBIBATH K COOPKaM, coCTas-
JIEHHBbIM H3 TpeX IIocjIeaoBaTe/IbHO CO€TUHEHHBIX
MeKIy co00 HIeHTHYHBIX 00pasioB (puc. 3). Takas
cOopKa 00pasIoB B €QUHYIO IIellb, BEPTUKAIHHO Ha-
IPY/KeHHYI0 TPy30M, MTO3BOJISIJIA IPOBOIUTH PEHTTE-
HOBCKYI0O CBEMKY II€HTPaIbHOH obiactu paboueis
YacTH KaykI0ro U3 Tpex obpasios (cMm. puc. 1). Mac-
CBI TPY30B HOAOHPATH TAKUM 00pa3oM, YTOOBI B IO-
IePeYHOM CEeUYeHUN KaKI0TO o0pasiia mepBoi cOop-
KN JeHCTBOBAIN HANPIKEHUA PACTIIKEHUSI O =
= 0,90,, masa Bropoi cOopku o = 0,50,, Tperbei
coopku — o = 0,70,, yeTBepTOil COOPKH — O =
= 0,30,.

Takum o0pasoMm, Ha IPOTSIKEHHU Oojiee IIATH
JIeT TIOJ[ IEUCTBUEM CTATUYECKUX HATPY30K HAXOIU-
JIUCh YeThIpe COOPKU 00PA3II0B CTATHM HA OTKPHITOU
aTMocepHOH IIoIAanKe, U YeTbipe cOOPKU — B 3a-
KpbIToM moMmeriennu. B auBape 2013 r. Ha OTKpPHI-
TOM arMoc(epHOM IUIOIAKe W B 3aKPHITOM IIOMe-
[IeHUH OBbLIH BBICTABJIEHBI IIEPBaA U BTOPAs COOPKHU
107 I.[efICTBHeM IIOCTOAHHBIX PaCTATUBAOIINUX Ha-
npssxkennt 0 = 0,90, u o = 0,50, B 20151. —
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Puc. 2. Tuarpamma pacrs:keHus 06pasiioB KOHCTPYKI[HOH-
HoU cranu 08mc

Fig. 2. Stress-strain diagrams of the studied structural
steel 08ps

P P

—t 1t =gt =

Puc. 3. Cxema Harpy:xeHus COOPKH U3 TPEX IOCTIE[0BATENb-
HO COEIMHEHHBIX 00pasloB Ipy3aMy PasaudHOM Macchl (Io-
BepHyTO Ha 90°)

Fig. 3. The scheme of loading the assembly of 3 serially
connected samples (rotated by 90°)

TpeThs U YeTBepTas cOOPKU ITO[ [elicTBHEeM HAIps-
skernii 0 = 0,70, u 0 = 0,30,.

MeTtoa ucciemnoBaHUA

Jlna mpoBemeHNsT PEHTTEHOBCKOM CHEMKH COOP-
KU pasrpy:Kajiu u pasbupaiu Ha oTaeslbHble 00pas-
bl HA TIEPUOJT BPEMEHU, HEOOXOIUMBIiH JJIsT ChEMKH.
[IpenBapurensHO 06pa3Iibl 0CMATPUBAIIHN, U3MEPSLIN
X reoMeTrpudeckue pasmepsl. [loBepxHocTu o6pas-
[I0B OUMIIAJIN U IIOATOTABIUBAIN K PEHTTEHOBCKOM
coemke. [locime cheMEn 06pasIlbl COETUHIIN B COOP-
Ky, YCTAHABIWBAJIU HA CTEHIbI OTKPBITOM AaTMO-
chepHOI TIOMAAKNA M 3aKPHITOTO IIOMEN[EHUS IS
TaIbHEUINEN BBIIEPIKKN II0M JEMCTBUEM TIPEKHEHN
Macchl rpy3a.

Hna momydyeHUs CTATHCTUYECKH 3HAYUMBIX pe-
3yJIbTATOB HW3MEPEHWH MPOBOIUIN TPEXKPATHYIO
PEHTTEHOBCKYI0O CHEMKY B IIeHTpe pabouyeidl udacTtu
Kaskmoro obpasma coopku. Taxum ob6pasom, mpu of-
HOM YpPOBHE HATPYKEHHUA OBLIO TMOJIYyIEeHO AEeBATH
npodpuen TuQPaKITHOHHBIX JIHHUH.

Ha prc. 4 nokasausl rooBoe KojebaHMe cpei-
HEMECAYHOM TeMIIepaTyphbl OKPY’KAIOIIEro BO3AyXa
Ha OTKPBITOH aTMOC(epHOH miolanake (Mo JaHHBIM
fKyTCKOrO ynpaBieHHA 10 THAPOMETEOPOJIOTHH MU
MOHUTOPHHTY OKPY’KaIIell Cpeabl — CIUIONIHAA
nuHuA) u remeparypa (+ 18 °C) B 3akpbITOM mIOMe-
1eHnn (IITPUXOBAS JIMHUA) B T€UEHHE BCETO IEPHO-
Ila BBIIEPIKKHU HCCIIeLyeMbIX 00pasIoB IO/ e CTBH-
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Puc. 4. TomoBoe Komebanme TeMIepaTypbl OKPYIKAMOIIETO
BO3/IyXa HA OTKPBITON aTrMocdepHOo# mromanke (CIUIonIHas
JIVHWUA) W TeMIIeparypa BO3IyXa B 3aKPBITOM IIOMEIleHHH
(mTpuxoBas TUHUA)

Fig. 4. Annual fluctuation of ambient air temperature:
open atmospheric platform (solid line) and air temperature
indoors (dashed line)

eM CTaTHYEeCKHX HArpy30K. JlaThl peHTTeHOBCKUX
ChEMOK 00pasIioB, BBIIEPKHUBAEMbBIX HA OTKPBITOM
BO3JyXe U B 3aKPBITOM IIOMEITIeHNHN, COBIIAIAIH.
PentrenogudpakiinoHabie CHEKTPhI 06PA3I0B
PErUCTPUPOBAIIA HA PEHTTEHOBCKOM IU()PAKTOMET-
pe Rigaku Ultima IV mpoussoacrsa Rigaku Inter-
national Corporation (flrmomus) ¢ BBICOKOTOYHBIM
TOPU30HTAIBHBIM TOHHOMETPOM. B rommomerpe 06-
paser; 3aKpervisiy TOPU3OHTAIBHO U CKAHUPOBAIY
reHepaTopOM PEHTTEHOBCKOTO U3JIYYEHHSI U JTATIH-
KOM, IIPECTABISIIONNAM CO00# CIMHTHIIAIIMOHHbBIH
CUETYUK, PACIIONOKEHHBIM ¥ BPAIIAIOIIUMCI B BEp-
TUKAJIBHOU TJIOCKOCTY HA PhIUuare rOHHOMeTpa.
CoeMKy mudpakIiMOHHOTO CIEKTPA IIPOBOIUIHA
o cxeme 0 — 20 ckanupoBaHusa ¢ POKYCHPOBKOM TI0
Bpoarry — Bpenrano B usnydennn Co (anuHa BOJIHBI
A = 0,179020 am). Bo BropuuHOM IIyYKe HCIIOIH30-
BaJsica TpaduUTOBBIM MOHOXpoMaTop. Pasmep mienu,

OTPaHUYMBAIOIIEH IAAAIOIINH IIy4OK: IO T'OPHU30H-
tamu — 10 MM, mo Beprukanu — 0,5 mum. Illean Coa-
Jiepa Ha MaaIeM u TudparupoBaHHOM IIyYKaxX —
5°, mHMpHHA IeJId, OTPAHHUYHUBAIOIIEH IU(pParu-
POBaHHBIN IYYOK II0 BEPTHUKAIU Iepen IIPUEeMHOM
miensio, — 0,5°.

Pa6ounii pesxuM HCTOYHUKA PEHTTEHOBCKOTO M3-
ayuenns: U = 40 kB; I = 40 MA; ckopocTh CKaHUPO-
pauusi — 0,1 rpag/mun; mar — 0,01 rpax; ock cka-
HupoBauus — 20/0. Jludpakromerp aBTOMATHIECKH
(komrurexke mporpamMm  PDXL-2, ammpokcumarius
dyurnmei mcesno-Poiirra) BEIBOAUT IIPOMPUIEL TH-
(bpakIuoHHOH JTUHUM B KOOPAMHATAX WHTEHCHUB-
HOCTB — yrou 20, yrox 20 (B rpamycax) muka Impo-
dmis, MeKILIOCKOCTHOE paccroduue d (B aHrcrpe-
Max), MAKCUMyM HHTEHCUBHOCTH I .. OTpasKeHHOTO
n3nydeHus (B HMMI/C), MOMyMIHpWHY mnpoduasd B
(B Tpamycax) u Ipyrrue XapaKkTepPUCTUKH.

Oo6cy:xkaenne pe3yabTaToB

B rabaume mpexpcraBiieHa 4YacTh Pe3yabTATOB
PEHTTeHOBCKUX CheMOK obOpasma cramu 08mc, BbI-
JEPKUBAEMOTO TI0]] IEHCTBHEM IIOCTOSHHOTO PaCTs-
ruBamoomiero Hanpskerus o = 0,90, Ha OTKPBITOMH
arMmocepHoi miomanke. Kak mokasam peHTreHo-
CTPYKTYpPHBIA aHamus (cM. Tabiuily), WHTEHCHUB-
HOCTh JMU(PAKIMOHHOTO TPOQUIA JIUHUH PE3KO
(moutu B 10 pa3) ymMeHblIaeTcs mOCIe IEPBOTro rojia
HATYPHBIX HCIBITAHUHA U COXPAHAETCA TPAKTHIECKH
Ha OJHOM yPOBHE BCe ITOCJIEIYIOIHe TOAbI UCIbITA-
unii. [lonymmpuna npodunsa B orHOCHTENBHO wC-
XOIHOTO COCTOSTHUS YBEIWYHUBAETCI B TPU U Oosee
pas, CMeIeHus OI0KEeHNUH MaKCUMYyMOB ITPOQ U
IuPaAKIHOHHBIX JUHUL 20, .., 8 TaKKe U3MEHEeHUA
MEJKIIJIOCKOCTHBIX PacCTOAHUM d He HabIomaroTcs,
YTO YKA3hIBAET HA OTCYTCTBHE CYIIECTBEHHBIX OCTa-
TOYHBIX HANIPS:KEHUH.

IIpodunu audpakIMOHHBIX JTUHUH 06PA3IOB
cramu 08mc perucTpupyrTCa B HWHTEpPBAJE YIJIOB

XapakrepucTukyu mporiia TU(PAKIUOHHBIX JUHUN obpasua cranmu 08mc (mampsixenwe 0 = 0,90, OTKpbITasg arMocepHas

ILTOIIAKA)

Characteristics of the diffraction lines profile of 08ps steel samples (stress 0 = 0.9 yield strength, open atmospheric platform)

Ilara creMEn 20, rpanx. d, rpan. I, oo BIMII/C B, rpan.
Hcxonuoe cocroauue 12.04.2013 123,9215 1,013434 1344 0,1695
27.06.2014 123,890 1,01358 168 0,336
28.01.2015 123,892 1,01357 326 0,323
24.11.2015 123,932 1,01338 286 0,333
22.04.2016 124,010 1,01301 175 0,429
01.11.2016 123,942 1,01334 196 0,363
20.04.2017 123,844 1,01380 186 0,500
05.10.2017 124,020 1,01295 138 0,451
21.03.2018 123,936 1,01336 166 0,490
30.10.2018 123,960 1,01326 152 0,470
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Puc. 5. VsmeneHve BeTHIUHBI OTHOCUTEIHHOMN IOy IIHPHHEI IPOMUIA TUPPAKITHOHHBIX TUHUH, II0IYIeHHBIX CHEMKOH IT0Bep-
XHOCTH 00pAa3I[0B, HAXOAAIIMUXCSA IO JEHCTBHEM IIOCTOSHHO IIPIIOKEHHON CTATHIECKOH PACTATUBAIONIEH HATPY3KH HA OTKPHI-

TO# aTMocepHOH mIomanke (@) u B 3aKphITOM IToMeleHun (6)

Fig. 5. Change in the relative half-width of the diffraction line profile under the impact of continuous static tensile load (a —

outdoor, b6 — indoors)

20 = 123,00 — 125,00° or ILIOCKOCTEH OTpaKEHUS
Broporo nopaznka (hkl) = (220). Ucxomubie (aTamoH-
Hble) 3HAYEHHS WCTUHHOH MONyIIUPWHBI B, 1u-
(bpaKIMOHHBIX JUHUNU KOHCTPYKIMOHHOH CTaiu
08mc 66utH ompesienensl B suBape 2013 r. J[as cus-
THA UCKaKeHUU, BHECEeHHBIX IIpeBapuTeIbHON Me-
XaHUIECKOH 00paboTKOI, 00pasIlbl MOABEPTAIN PEK-
PHCTALIH3AUOHHON 00paboTKe — OTIKUTY B BaKy-
yMmHoI nieun npu Temieparype 700 °C B Teuenue 1 u
C TIOCIEeAYIOMNM OXJIsKIeHneM B meun. Jla uckiio-
YeHUA BIUAHUA HA Pe3yJIbTAT IIOBEPXHOCTHBIX Je-
(eKTOB TOBEPXHOCTU BCEX 00pA3IOB IIOABEPTraIu
TIOJTUPOBKE U ITOCIELYIOIeMy XUMUIEeCKOMY TPaBJIe-
Huo. Jlnanazon pasbpoca 3HaAUEHHH MOIYIIAPHUHBI
npocuia B (B rpagycax), HOIyIeHHBIX II0 PE3yIbTa-
TaM CBhEMOK HCCIeIyeMbIX 00pasIloB U IIPHUBEIEH-
HbBIX Ha rpadukax, cocrasmi +0,053°.

B cBfAsuM ¢ AnuTENBHOCTHIO peaTu3aIiu Ipo-
rpaMMbl HCCIEOBAHUMU, MPOBEIEHUEM PEHTTEHOB-
CKHX CHEMOK 00pasIioB uepes 00JIbIIHe IPOMEKYTKH
Bpemenu (5 — 6 Mec), IpH KOTOPBIX 00pasIibl MHOTO-
KpPaTHO YCTAHABIHUBAIU B JNEPIKATENIIX KOOPAHHAT-
HOTO CTOJHKA AudpparTomMerpa, abCOIIOTHO TOYHYIO
(puKcaIuio WX OTHOCUTENHHO NAJA0IEro IIyIKa
PEHTTEHOBCKOTO U3JIyYeHUsd 00eCIeYuTh HEBO3MOMK-
HO. /{19 OBBINIEHUS CTATUCTHYECKOH TOCTOBEPHO-
CTH M3MepeHui 00pasibl YCTAHABIUBAIU C IIPUMe-
HEHHWEM CIeIUAIbHBIX Ia6JI0HOB, OTPaHUYHUBAIO-
mux uX OOKOBBIE W IPOMOJIbHBIE CMeleHus Oosee
vem Ha 0,001 mM. [losToMy cpaBHUTENLHBIN aHAIN3
MIOJIyYEHHBIX PE3yIbTaTOB IPOBOUIN II0 BEIUINHE
OTHOCUTENbHOU monyiupuasl npoduns AB/B,, nu-
dpaximonnoit muauu, rae AB = B, — B,, (Brex —
yCpeIHEeHHOe 3HAYEHWE MOIYIIHPHUHBI TPOMPHUIST 110
TpeM HU3MepeHUuIM KaxKJI0ro 00pasia).

Ha prc. 5 mokazano naMeHeHre BETUIUHBI OT-
HOCHTEeNIbHOM monyiupuabl AB/B,, nudpakiuoH-
HBIX JINHUM, MOJy4eHHBIX PEHTTeHOBCKOU CheMKOU
TIOBEPXHOCTH 00Pa3Il0B, BbIAEP:KAHHBIX IION JIEHCT-
BHEM Pa3HOTO YPOBHS YIPYTUX HANPSKEHUN HA OT-

KPBITOH aTMocdepHOH IIIOMAKe U B 3aKPBITOM II0-
MEIIeHUH B TeUeHNe IIPOIOIKUTEIHbHOTO BPEMEHH.

OrHocuTenbHAs MOIyIIHPUHA Opoduied au-
paKIIMOHHBIX JIUHUH 00PA3I0B, HAXOIAIIMXCS IO
IelicTBUEM YIIPYTUX HaIpSKeHUU B 3aKpbITOM IIO-
MeneHun (cM. puc. 5, 6), ©MeeT MUPOKUI pasbpoc,
omxHako obnmactu suauenuit AB/B,, njs ypoBHeH Ha-
mpsxerun 0,30, 0,80,, 0,90, UMeOT Takoe ke B3a-
MMHOe pacrioyiokeHue, Kak u suauenus AB/B,, nis
00pasiioB, BBIIEPKHUBAEMBIX HA OTKPBITOH aTMo-
cheproit mwomanke (cMm. puc. 5, a). Msmenenue ot-
HOCHUTENIbHOM moaymupunsl npoduaeit AB/B,, nu-
(bPaKITMOHHBIX JUHUHA MPU MIPOMEKYTOYHBIX YPOB-
HAX IIOCTOSHHO MEHCTBYIOIIMX YIPYTHUX HAIPSIKe-
uuii (0,50, u 0,70,) 37eck He TIOKA3aHO.

IIpu ananmu3e OCHOBHBIX XapaKTEPUCTHE ITPOQH-
Jig AU(PPAKIIMOHHBIX JUHUN 00Pa3Ii0B KOHCTPYKITH-
onuoM cramu 08IIc, HAXOAAIIUXCA B HOJe TeHCTBHUA
9KCIUIyaTAIMOHHBIX HANPIKEHWH B [MANIA30HE OT
0,30, mo 0,90,, BEIABIEHO, YTO AJIUTEIBHOCTH IIOCTO-
AHHOT'O JeNCTBUA YHPYTHUX HaNpPSKEeHUW IIpaKTH-
YeCKH HEe BBI3HIBAET CYIECTBEHHOTO H3MEHEHUA
AB/B,, (cm. puc. 5). Pasbpoc sHaueHnii 0OTHOCHUTENb-
HOH TOJIYIIHPUHBI Tpoduisd TuPaAKIHOHHBIX JIH-
HHUH 00pasIioB, BIAEP:KUBAEMbBIX B 3aKPBITOM ITOMe-
utennn (17 — 18 °C) B TeueHre Bcero mepuoia SKCIe-
puMeHTa 3HAYATEIBHO Oosbine, uem AB/B,, o6pas-
1I0B, BBIIEPKUBAEMBIX HA OTKPBITON aTMOCqepHOMH
mwiomanke (cm. pwuc. 5, 6). IlpemBapurensHO 35TO
MOKHO OOBSICHHTH BIHUSHHEM OTHEIbHBIX 3(dex-
TOB, BBI3BAHHBIX Y3JIaMH COEJUHEHUS 00pasIoB B
cOOpKy, a Tak:Ke y3jJaMy KpeIlieHWs COOPKH W Ha-
TPy:KEeHUs rpy3aMu. BepoaTHOCTh TAKOTO BAUAHUI
MIO/ITBEPIKIAETCA MEHbIINM Pa3bpocoM 3HAYEHUH
AB/B,, nupaknuoHHBIX JUHUH 00pasIoB, BHIIEP-
JKMBAEMbIX HA OTKPBITOH aTMOC(EPHOH ILIOIIAIKe
(cMm. puc. 5, a). OueBuIHO, YTO JAHHOE IIPEAIOI0NKe-
HUe MOJDKHO [eTAThHO H3y4aThCI B XOMe JabHEH-
IINX UCCIeIOBAHUMH.
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Puc. 6. 3aBucuMOCTb OTHOCHUTENHHOM HOIYITUPUHBI IIPOQHU-
711 AU PAKIIMOHHON INHUH OT YPOBHA YIPYTUX HATPAKEHUH

Fig. 6. Dependence of the relative half-width of the diffrac-
tion line profile on the level of elastic stresses

WsMmeneHnne 3HaYeHNH OTHOCHTEIHHOH IIOJIYIIIH-
punsl npodunsi AB/B,, nudpakiuoHHBIX TUHUU B
3aBHCHUMOCTH OT YPOBHA JEHCTBYIOIINX YIPYTUX Ha-
IpSKeHUH B 00pasiiaX, BeIIEP/KMBAEMbBIX KaK HA OT-
KPBITOH atMocepHO# ILIOmaAKe, TAK U B 3aKPhI-
TOM IIOMEIIIEHUH, UMEET JOCTATOYHO 3aKOHOMEPHBIH
xapakrep (puc. 6). IlpamonuneiHas 3aBHCHMOCTD
AB/B,, oT BeIHYHMHBI [EeUCTBYIOIIUX HAIPIKEHUH
ycToWunBO coxpansiercs B mpegenax o = (0 - 0,5)o,.
B nuamasone melicTBUA PacTATHBAIOIIUX HAIPIKe-
muti 0,70, > 0 > 0,50, U3MeHEeHUA OTHOCUTEIHHOH
nosymupuebl npoduias AB/B,, mudpakiimOHHBIX
auand He mnpoucxoxut. Kpueaa AB/B,, = f(o) B
9TOM [Uala3oHe HANPIKeHUH He OTpajkaeT Ka-
Kux-1u60 1eOpMAIMOHHBIX MPOIIECCOB HA MUKPO-
cTpyKTypHOM ypoBHEe. OAHAKO TPH HAIPIIKEHUU
o0 > 0,70, HabmOaeTCsT PE3KUil POCT 3HAYEHWH OT-
HOCUTENIbHOM monyinupudbl npoduas AB/B,, nu-
(pakimoHHbIX TUHWMIH (CM. pHC. 6).

IKCIIEpUMEHTATHLHO OO0HAPYIKEHHbIE OTKJIOHE-
HHSA OT IpsAMoJIuHeHHOH 3apucumoctu AB/B,, = f(0)
MIPU [EUCTBYIOIUX B TE€UYEHUE MJIUTEIHHOTO BpeMme-
HU HaIpPSKEeHudax, npepbrnaiomux o = 0,50, yka-
3BIBAIOT, 4YTO gAedopMalus (PeppUTHO-TIEPIUTHOH
CyOCTPYKTYpPBhI KOHCTPYKITHOHHON cramu 08mc mo-
JKeT OBITh MpeCTaBIeHa PA3IUIHBIMU (PUBHIECKH-
mu Mojenamu. Tak, B paborax [15 — 19] ormeueno,
YTO SKCIIEPHUMEHTAJIbHO Habsomaembie 3(EEKThbI
CHIIKEHHUS WM TOBBINIEHUS MHUKPOaeOpMAIIuil
KPUCTANIMIECKUX PEIIeTOK CTajel, IapaMeTpoB
TBEPZOTO PACTBOpa IIPU HATPAKEHUIX, COOTBETCT-
BYIOIIIUX MAKPOCKOIIMYECKUM CTAAMSIM TEUYEHWU, yII-
POYHEHUs, BBI3BIBAIOTCH CYyOCTPYKTYPHBIMU H3MeHe-
HHUSMH, B YaCTHOCTH, 00pasoBaHWEM WHTEpMEeTAaJ-
JUIHBIX (pa3 Mo TpaHuiaM (PeppUTHHIX 3€PEeH WUIn
IPYTHUMH CTPYKTYPHO-()a30BbIMU MIPEBPAIEHUIMHE.
Wszyuenne nuHaMUKN MeXaHUYECKOU aedopMaiiuu
HEKOTOPBIX KPUCTAJJIOB METOAO0M HEWTPOHHOM [IH-
dparromerpun in situ Takxke MOKA3aJI0, YTO JIUHEH-
Has 3aBUCHMOCTD Ie()OpMAaIiy OT YPOBHA HATIPSIIKE-
HUU EePEeXOIUT B KBagpaTudHyo [19].

3axJaroueHue

IIpencraBnennl pesynbTaThl IKCIEPUMEHTAIb-
HOTO M3YYEHHs BIUAHUA MAJBIX YIPYTUX HATPIIKE-
HUU, IOCTOSTHHO JAEUCTBYIOIIUX B TeUeHUE ATUTEeIb-
HOTO BpPeMeHH, U KJINMATHIECKOro paxkropa Ha u3-
MeHEeHWe MOJIYIIUPHUHBI TPOoQuiIa AUPPAKITHOHHON
JIMHUHU. Y CTAHOBIIEHO, YTO MEPHUOANYECKOe TOI0BOE
Kosebanue Temmeparyp (2013 — 2018 rr.) He compo-
BOXKIAeTCA CyIIEeCTBEHHBIM H3MEHEHHEeM XapaKTe-
pucTHK mpodmiad AUDPPAKIIMOHHBIX JUHUH 00pas-
II0B KOHCTpYKuroHHOH cranu 08mc. Hanporus, Hus-
KHe KINMAaTHIeCKHe TeMIepaTypbl CIOCOOCTBOBAIN
YCTPAHEHUI0 OTHEIbHBIX HWHCTPYMEHTAILHBIX II0-
TPeIHoCTe, O00YCIOBIEHHBIX KOHCTPYKTHBHBIMU
YCIOBUAMH KCHepuMeHTa. Pe3koe nameHeHve 3Ha-
YeHUH HUCTUHHOM IOJIyIIMPUHBI MPOMUIa qudpak-
[IMOHHBIX JIMHUHM TPU HanpskeHusax o > 0,50, yka-
3BIBAET, BO3MOKHO, HA MUHUMAJIHLHBIN [IPEeIes 3ama-
ca MPOYHOCTH KOHCTPYKIHOHHON cramu 08mc mpwu
YCTAHOBJIEHUY BEIWYHHBI JOIIyCKAEMOTO HAIIPSKe-
Hus (0).

O6Hapy:KeHHbIe HOBbIE 3aKOHOMEPHOCTH H3Me-
HEHUS MHKPOIUIACTHYECKOH aedopMaIiid B KOHCT-
PYKIIMOHHBIX CTAIIX B JUANA30HE YyIPYTHX HAIPSI-
SKeHUH, COOTBETCTBYIOIINX PeaTbHBIM SKCILIyaTallH-
OHHBIM HArpy3KaM B METAJIMYECKUX KOHCTPYKIIH-
X, TPeOYIOT TaTbHEHIero n3yIeHus U aHaIn3a.
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IIPUMEHEHUE BBICOKOPA3PENIAIOIINX METO/IOB
WCCJIENOBAHUS TP KOHCTPYUPOBAHUY MHTEP®ENCA
AJIMA3 - MATPHIIA JIJISI ITIOBBINIEHUSI CTOMKOCTH
AJIMA3HOT'O MHCTPYMEHTA

© Ilerp IlerpoBuu Illapun!*, Codrwa Ilerposua Axosaenal,
Mapusa IlandnroBaa Axnmonal, Bacumanit UBanoBuu Ilomos?2
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Cmamus nocmynuaa 20 mas 2019 2. Ilocmynuna nocae dopabomru 16 cenmsabps 2019 e.
Ilpunsama x nybaurxayuu 18 dexabps 2019 2.

IIpencraBiensl pesyabTaThl HCCIEIOBAHUE B 00JIACTH IIPOOIEM HATIPABIEHHOTO (DOPMHUPOBAHUS
[IOrPAHUYHBIX CJIOEB aJIMa3 — TBEPOCIUIABHAS MATPHIIA B LIEJIAX CO3MAHMI BHICOKOCTOMKOTO aJi-
MasHoro HHerpyMeHTa. IIpemio:xeHbI HOBbIE ITOAXOIbI K CHHTE3y aIMa3HO-TBEPAOCIUIABHBIX Ma-
TEPUAJIOB, O0BEUHSIONINE METAUIM3AINI0 alMa3a U CIIEKaHHe B OJHOITAIIHONM TEXHOJIOTUU.
TexHOIOTUA WCKII0YAET MOBTOPHBIM HATPEB METALIU3HUPOBAHHOIO IOKPBITHA, IPU KOTOPOM
MIPOUCXOINT €r0 AECTPYKIUSI U YCUIUBAETCA rpadUTH3aIus anmasa (3TH SIBIeHNs OrpaHuINBa-
0T IIPUMEHEeHHe MeTOa MeTAILIU3ALIVH I YIIydIIeH!s aIMa30yIeP:KaHusA U IOy IeHHs BBICO-
KO(DYHKITMOHAJIBHBIX KOMITO3UTOB MHCTPYMEHTAIBHOTO HazHaueHus). llens paboTer — aHamus
CTPYKTYPHO-()A30BOTO COCTOSHHS HHTEpdeiica aaMas —MaTpUila B aJIMa3HO-TBEPIOCILIABHOM
MHCTPYMEHTE, IIOJIyYeHHOM IT0 HOBOM TEXHOJIOTMH, ¥ OCHOBHBIX (PAKTOPOB, OIIPEIEISIOINX yPO-
BEHb aJIMa30yJep:KaHuA B IPUCYTCTBUN METALITU3UPOBAHHOTO MOKPhITHA. B pabore ncmoman3o-
BaHbI YHUKAIBHBIE BHICOKOPA3PEIIAOIIIe MeTO/IbI HecaeoBaHusI. MeTogaMu pacTpoBO SIIeKT-
POHHO# MHKPOCKOIIHH, ATOMHO-CHJIOBOM MUKPOCKOITUH, MUKPOPEHTTEHOCIIEKTPAILHOTO aHAIN3a
¥ PAaMaHOBCKOU CITEKTPOCKOIIHMH HCCIEI0BAHBI 3JIEMEHTHBIN COCTAB U MOP(OIOTMIEeCcKre 0COOEH-
HOCTH HHTepderica aiMas — MaTPUIla, TPOBeieHa UACHTH(UKAINS IPOAYKTOB PEaKI[HH, B TOM
YHCITe HeaJMasHoro yriepoza. [IokasaHo, 4To BBeIeHre MOPOIIKa-MeTaIIn3aTopa CyIIeCTBEHHO
MOJM(PUIIMPOBAIIO TPAHUIIBI KOHTAKTA U CO3JAJI0 YCAOBUSA [ YIIyIIIIEeHUA XUMIIECKON U Mexa-
HUYECKOH aJ[re3Wy CHCTEeMbI AJIMa3 — MATPHIlA. BBISBIEHO (DOPMUpPOBAHUE PA3BUTOM HAHOCYO-
MHKPOHHOM III€POXOBATOCTH IIOBEPXHOCTH aIMa3a U IUIOTHOE 3aII0JHEHNe UMEIOIIHXCA IIpoMe-
SKYTKOB HAHOTOJIIIIMHHBIMY IIPOCJIOMKAaMu MeTaiuia-uH(uibTpara. MHOroypoBHeBast oprasusa-
1I¥A BBICOKOCTPYKTYPHUPOBAHHBIX 3JIEMEHTOB IIEPEXOAHOM 30HBI IPU MUHUMATIHHOHN TpauTH3a-
nuy 00ecredria MOHOJIHTHOCTh W IIPOYHOCTH COEAWHEHHS ajiMas —MaTpui@a. VI3roroBieHbl
OIIBITHBIE M KOHTPOJIbHBIE 00PA3IIhI AIMA3HBIX KApAHIAIIeH, Pe3yIbTaThl UCIIBITAHUHA KOTOPhIX
moaTBepauan 3(PQEKTHBHOCTh paspab0TaAHHOM THOPHIHON TEXHOJIOTHUM; YASTbHAS ITIPOHU3BOIH-
TEIHHOCTH AIMA3HOTO HHCTPYMeHTa HoBbicunachk Ha 39 — 45 %. [lomyaerns: HOBbIe hyHIaMeHTa-
JIBHO-TIPUKJIAHbIE Pe3y/IbTaThl B 00JIACTH M3y4eHUs UHTEP(ENCHBIX 30H B KPUCTAIUIMIECKIX
MHOTO(Pa3HBIX CHCTEMAX, KOTOPBIE MOTYT OBITH UCIOIH30BAHbI AJIA PETYIMPOBAHI aAT€3UOHHO-
T0 B3aMMOJIEUCTBIS Ha MeK(Pa3HbBIX IPAHUIAX U PA3pabOTKH BHICOK03(P(EKTHBHBIX KOMITO3UIIH-
OHHBIX MATEPHUAJIOB.

KiroueBsnlie ciioBa: aiMasHO-TBEPIOCIUIABHBINA KOMIIOSUT; METAIIU3AIUS; CIIEKAHUE; TPOIIHT-
Ka; aIMas3oyIep:KaHue; aaresus; aiMasHbIil HHCTPYMEHT; SKCILIyaTallHOHHbIE CBOMCTBA.

THE USE OF HIGH-RESOLUTION METHODS OF RESEARCH
IN THE DESIGN OF THE DIAMOND-MATRIX INTERFACE
TO INCREASE THE DURABILITY OF THE DIAMOND TOOL

© Petr P. Sharin'*, Sofia P. Yakovleval, Mariya P. Akimoval, Vasily I. Popov2

1 V. P Larionov Institute of Physical and Technical Problems of the North, Siberian Branch of Russian Academy of Sciences,
ul. Oktyabrskaya 1, Yakutsk, 677980 Russia; *e-mail: psharin1960@mail.ru
2 Ammosov North-Eastern Federal University, ul. Belinskogo 58, Yakutsk, 677000, Russia.



«3aBoackasd maboparopusa. [[marnocruka marepuanaos». 2020. Tom 86. Ne 6 63

Received May 20, 2019. Revised September 16, 2019. Accepted December 18, 2019.

The results of studying fundamental and applied problems regarding the formation of boundary layers be-
tween diamond and carbide matrix are presented with the goal to develop a highly resistant diamond tool.
The new approaches to the synthesis of diamond-carbide materials combining diamond metallization and
sintering in a single-stage technology are presented. The developed technology eliminates the re-heating
of a metallized coatings which results in their destruction and enhanced graphitization of diamond (these
phenomena restrict using metallization procedure to improve diamond retention and synthesis of
high-functional composites for diamond tools). The goal of the study is analysis the structural and phase
state of the “diamond — carbide matrix” interface in a diamond tool obtained by the new technology and
the main factors determining the level of diamond retention in the presence of a metallized coating.
Unique opportunities provided by modern high-resolution methods of research were used in the study.
The elemental composition and morphological features of the diamond-matrix interface were studied us-
ing the methods of scanning electron microscopy, atomic force microscopy, X-ray microanalysis and
Raman spectroscopy. Identification of the reaction products, including non-diamond carbon was per-
formed. It is shown that the introduction of the powder-metallizer significantly modified the contact
boundaries and provide conditions for improving the chemical and mechanical adhesion of the dia-
mond-matrix system. The formation of the well-developed nano- and sub-microscale roughness of the dia-
mond surface and dense filling of the existing voids with nanoscale layers of metal-infiltrate was revealed.
The multilevel organization of highly structured elements of the transition zone with the minimal
graphitization ensured the monolithic character and strength of the diamond-matrix bond. Comparative
service tests of preproduction and control samples of diamond dressers proved the efficiency of developed
hybrid technology (the specific performance of diamond tools increased by 39 — 45%). New fundamental
and applied results have been obtained in the field of studying interface zones in crystalline multiphase
systems that can be used to regulate adhesion phenomena at the interphase boundaries and develop
highly efficient composite materials.

Keywords: diamond-carbide composite; metallization; sintering; impregnation; diamond retention; ad-

hesion; diamond tool; performance properties.

BBenenue

B npowmbiiiimenHoCTH (CTPOUTENBHOM, METAILIO-
obpabaThIBaOIIel, TOPHOLOOBIBAIOIIEH U T.I.) IIIH-
POKO IIpHUMEHAETC aJIMA3HbIA WHCTPYMEHT. ¥ BEJIu-
YyeHHe CKOpOCTeld 00paboTKM U pacIlihpeHre HO-
MEHEKJIATypbl 06pabaThbIBaeMbIX MATEPHATIOB TPeby-
IOT IIOBBIIIEHUS CTOMKOCTH aIMa30MeTAIINIECKUX
KOMITIO3HUTOB, MCITOJIb3yEMbIX B pabouYuX dIeMeHTax
ajMa3HOTO WHCTpyMeHTa. Kak m3BecTHO, CBOICTBA
KOMITO3UITMOHHBIX MATEPHUAJIOB, COCTOSIIUX U3 MaT-
pPUYHBIX (a3 ¥ (PYHKIHOHAJIBHBIX HAIOJHHUTEJEH,
OIIPeNieNII0TCd He TOIBKO XapaKTEePHCTUKAMH 3THUX
OCHOBHBIX KOMIIOHEHT, HO ¥ CTPOEHHWEM W CBOMCTBA-
Mu obpasyromuxcs Meskdasubix rpanur [1, 2]. B mo-
ciiefHee BpeMs B MaTe€pPUAIOBEIeHUH 9TH 30HbI Ha-
3BIBAIOT «MHTEP(EUCHBIMU CIOIMU» (MCXOMA U3 OII-
penenenus uHTEpgeiica KaKk IMPOMEKYTOIHOTO CBi-
3YIOIIETO 3BEHA MEKIY IBYMS 3JI€MEHTAME OIHOM
CHCTEMBI, C IIOMOIIBI0 KOTOPOTO OCYIIECTBISETCS ee
pabora). Cunraercs, YTO HAWIYYIINH YPOBEHb KOH-
TAKTHOU IIPOYHOCTH MEKIY COCTABJISIONAMHU KOM-
MMO3UTa U ero CBOMCTB KaK IeJ0ro 00ecredynBaeTcs
IIPH CJIOKHOM CTPYKTYPHO-(pA30BOH OpraHU3aIuN
nHTEpdeticapix cioes [3]. [ KOMIIO3HUIIMOHHBIX
anvasubix MarepuaioB (KAM) umenno mpobiema
obecrieyeHns MPOYHOCTH CIIEIUICHUS MEKIY ajiMa-
30M W MaTpHUIEH IIO-IIPEKHEMY ocTaercs Haubojee
OCTPOM — OMBIT HKCIUIyaTAIlMKM aJIMa3HOr0 WHCTPY-
MeHTa mokasbiBaeT, uTo 30 — 95 % anmMasHBIX 3epeH
YAQISIOTCS W3 MATPHUIIBI yiKe TPU OOHAIKEHUM IIPU-
O6nu3uTEeIbHO Ha TpeTh auamerpa [4, 5]. CaabocTb
TPaHMI] ajMas — MaTpuila o00yCIOBIeHA, IIpPekIe

BCEro, BHICOKOM XMMHYECKOH MHEPTHOCTHIO ajiMasa,
HEe B3aWUMOJEUCTBYIOIIET0 C METaJIaM{, IIHPOKO
KCIIOIb3YyEeMbIMHU B KaueCTBE MATPUYHBIX, U HE CMa-
yuBaoIerocss ux pacmiaBaMu. CoOOTBETCTBEHHO,
pellieHre 3a/a4ul TOBBIMIEHUSA aIMa30ydep:KaHusd
CBA3aHO C HAIIPABJIEHHBIM BO3JIEHCTBHEM Ha YCIO-
BuA (popMHpPOBaHHA HHTEpQelica aiMas — MaTpuIla
IUIA YIyYIIeHUa MeXaHUIeCKOH U XUMHUIECKOH KOM-
IIOHEHT aJITe3MOHHOU mpouHocTHu. PocTy Mexanwmde-
CKOH KOMIIOHEHTBI CIIOCOOCTBYET ITOBBIIIIEHHE TBEP-
OCTH ¥ TPOYHOCTH MATPHUIILI, IIO3TOMY CBABYIOIIEE
I aIMasHBIX KOMIIO3UTOB COBEPIIEHCTBYIOT, KaK
TIOKa3bIBAET MUPOBAs MPAKTUKA, 33 CUET HUCIIOIh30-
BaHHSA IOPOIIKOB TBEPJbIX CIIABOB. J[1a yBemumde-
HUS XUMHUYECKOH aJITe3UH MEePCIeKTHBEH METO] Me-
TaJATU3AIUNA — TIPEeIBAPUTEILHOTO HAHECEHUd Ha
aJMasHble YACTHI[BI TOHKOTO CI0S KapOumoobpasy-
OIAX METAJIJIOB, UMEIOIINX aAre3’ui0 U K ajaMaasy,
u K marepuany marpuibl [6—8]. Ho gma KAM c
TBEPOCIJIABHOM MAaTpUIEH 37eCh HMEITCA orpa-
HUYEHHUsd, TAK KaK [OBTOPHBIH HArPeB MeTaJLIH-
supoBaHuOoro MoKpeITua (MII) mpu BhICOKHX TemIie-
paTypax CIeKaHHWA TBEPAOCIUIABHBIX IIOPOIIKOB
MIPUBOMIUT K €0 [AeCTPYKIUH, YCUICHHUIO rpaduTusa-
WU ajMasa U YXyIIIEeHHWIO CBOMCTB MHCTPYMEHTa
[9, 10]. OueBugHO, YTO ObGECIIEUEHKE IIPOYHOCTH U
coxpauroctu MII amMasHbIX YacTUIl IPU CIIEKAHUN
OJUKHO TIOBBICUTDH SKCILUIyaTAIlMOHHBIE CBOMCTBA
ayMa3HOro WHCTPyMeHTa. PelieHue atux 3amad mpe-
IyCcMaTpHBaeT KaK CO3JaHHe HOBBIX CIIOCOO0B CHH-
Te3a TBepaociaBHbix KAM ¢ merammusaruein ai-
Mas3HbIX YACTHI[, TAK ¥ BBIIOJIHEHHE (DyHIaAMEH-
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TaTbHBIX  HCCIAENOBAHUU  CTPYKTYPHO-(Pa30BOTo
COCTOSTHUS 00pPAa3yIOIUXCI MeTAIM3UPOBAHHBIX
vHTEP(eticoB anmas — maTpuna. OTMeTnM, 4To wCc-
ClIeTOBAHUS METALIM3AINN aiMa3a B OCHOBHOM Ha-
MpaBJIeHbI Ha PaspabOTKy MOKPBITHH U HAEHTUQU-
KaIlMi0 MPOAYKTOB PEAaKIIWH; 10 BOIIPOCY BIUSHUSI
MeTaIIu3aIiy aIMas3a Ha CBOMCTBA aIMa3HOTO HH-
CTpyMeHTa B MyOIHKAIUAX IPeobaagaT MaTeHT-
Hble paspaborku. Hemocrarouno wmudopmainu 1o
CTPYKTYPHO-MeXaHWYeCcKuM aciiextam u poau MII
B (hOpMHUPOBAHUU CBOMCTB MHCTPYMEHTA, IIOJIyYeH-
HOTO METOJIOM CIIeKaHWs ¢ uH(puibrpaiuei. B 06-
Jactu paspaboTKU HOBBIX ITOX0/I0B K CHHTE3y HAMU
MPeIoKeHa THOPUAHAA TEXHOJIOTHSA, COBMEIAl0-
masa TepMoaudPy3HOHHYI0 METAIH3AIINI0 aiMasa
¥ BAaKyyMHOe CIIeKaHHue 10 OPUTUHAIBLHOHN cxeme ca-
MOO3UPYEMO# MPOIUTKY JIETKOIUIABKAM MEeTaJLIOM
B OIHODTAITHOM TEXHOJIOTHYECKOM ITUKJIE, KCKIIIO-
varoreM moBTopHbIi Harpes MII [11 - 13].

Ilens paboTsl — wm3yueHHe YCIOBUU CO3MaHUS
anresmonHo-aktuBHOro MII anmasHbIX 3epeH mpu
00beIUHEHUN METAIHU3AINY alMa3a W CIIEKAHUT
TBEPIOCIIABHOTO aJIMA3HOT0 HHCTPYMEHTa C IIPO-
TTUTKOU B OTHOSTAITHOM TEXHOJIOTHH, aHAJIU3 CTPYK-
TypHO-()A30BOTO COCTOSHUA TIOJYyYEHHBIX WHTEP-
(heiicoB anmas — MaTpHUIlA U OCHOBHBIX (PAKTOPOB,
OIIpeIeNIAI0NINX CTOUKOCTh U3Je/INH C MeTalIu3u-
POBaHHBIM a7IMa30M.

Marepuaasl, 06pasbl U METOABI
HCCIeTOBAHUA

Ilodzomoska obpasyos. WccnemoBaHus IIpoOBO-
IUJIN HA YeTbIpeX TpyImnax o00pasiioB AIMasHBIX
mpaBAmux Kapangamei (Taba. 1) ctaHgapTHOTO COo-
craBa (cMech TOPOIIKOB IMIPHUPOIHOTO ajMasa u
TBEPIOTO CIUIABA) C METANIM3UPOBAHHOU U HeMe-
TAJNIM3UPOBAHHOMN aJIMa3HBIMHA KOMIIOHEeHTamMu. Tu-
mopasmepbl kKapangamiei coorBercrBoBaiu ['OCT
607-80 «Kapampmaru anvasHble A IPABKU IILTH-
doBanbHBIX Kpyros» (muamerp kapaugariei 10 mm).
Marepuan ocHOBBI — BOIbQPaMO-KOOATIBTOBBIN MO-
pourox BK6 (WC-6 %Co) co cpennrm pasmepom dac-
tur; ~0,5 MKEM; XapaKTePUCTHKHA aJIMAa3HOTO HATIOJI-
HUTEJA TpuBeneHb! B Tadi. 1. O6pasibl H3roTaBIn-
BaJIM METO/IOM CIIEKAHWS C MPOMMUTKON Mebio, Tpa-

JUIIMOHHO IPUMEeHAEeMOU B CEpUMHOM IIPOU3BOCTBE
KapaHpaled. Beuay mioxoi cMaumnBaeMOCTH aIMa-
3a pacIjIaBoM MeAH U cIaboH afire3suu MeXAy HUMU
npu usroroBiaennu KAM ¢ MeqHbIM UHPHUILTPATOM
BBOJIAIT yIIy4IIAIOIIHe aATe3uio Heboabire 100aBKH
xpoma [14, 15]. IlockonbKy XpoM Kak KapOumoo6-
pasyoIIui 5JeMeHT MPUMEHSeTCH TaKKe IpPU Me-
TaqIu3anun anMasa [6, 16], naa cospauna MIT 6bur
BBIOpAH MOPOIIIOK XpoMa (pasMep YacTHIl OCHOBHOH
dparmuu 0,5 - 1,5 mem). IIpu sTom B 3aBUCHMOCTH
OT KPYITHOCTH aJIMa3HBIX 3€peH HCIIO0JIb30BAaIU IBA
Pa3HBIX TEXHOJIOTHYECKUX ITpreMa. MeHee KpyIHbIe
YaCTHI[BI ajiMasa ¢ IIOMOIIbI0 ILIaCTU(QHUKATOPA
00BOJIAKHUBANN TOPOIIKOM XpOMa W pPasMelaiu B
TBEPIOCIIJIABHOM IINXTE B TPU CJIOsS, KAK IIOKA3aHO
Ha puc.l,a (mpassamme =Kapaumamu [IKM-1).
B ciyuae kpymHO3epHHCTOrO aiMasa ero sepHa 00o-
pauwBaiu MeAHON (PONBrOH ¢ MPeIBAPUTENHHO
3aChITAHHBIM B Hee MOPOIIKOM XPOMa ¥ YKJIaJbIBa-
JIX ¥IX BIOJIb OCH Kapanpaiia (puc. 1, 6) — o6pasirbl
IIKM-2. Bnaromaps TakoMy TEXHHYECKOMY IIpHEMY
CO3AI0TCA He TOJBKO 0JAaroOnpUATHBIE YCIOBUS I
MeTaJTU3aIUH II0BEPXHOCTH aIMasa XpoMOM B IIPO-
Iecce CIIEKaHWA, HO W IIPeJ0TBpallaeTcad IMPUBOJA-
mee K KAaTAJIUTHIECKON IpaduTH3aIlMU aiMasa ero
KOHTAKTHOE B3aMMOJIEHCTBUE C aKTUBHBIM K yTJIe-
POy KOMIIOHEHTOM TBepAOCILIABHOU ITOPOIITKOBOM
cMecu — K0OaIbToOM, KOTOPBIH IIPH STOM He 06pasy-
eT CTOMKUX XUMHUYECKUX COeIUHEHUH C YTIIEPOIOM.
Jna mpoBeneHHsA CPABHUTEIbHBIX WCIIBITAHUN
ObLIM HM3TOTOBJEHBI OMHOTHUIIHBIE C JKCIEPHUMEH-
TaJbHBIMU KOHTPOJIbHBIE KapaHIAIu 0e3 MeTaslu-
3UPOBAHUA aJIMA3HON KOMIIOHEHTHI: 00pasisl [TK-1
u o6pasier [IK-2 (ammasHoe chIpbe B3SITO U3 TEX JKe
nmapTuy, 4TO U AJd KapaHJalled ¢ MeTajnusanuei
anvasza). d4edikn 11 CIIeKaHus KOHTPOJBHBIX Ka-
paHmaIied cHapsKaau II0 ITOKAa3aHHBIM Ha pwuc. 1
cxemaM, HO 0e3 CO3[MaHus yCAOBUH /IS METAIIH3a-
nun. KormaectBo Kapampaiiei Bo Bcex TPymmax —
mo 3 emunHubl. CrilekaHue MPOBOAMIIN II0 IIPEJIO-
JKeHHOUM rubpugHoit TexHomoruum [11 - 13] mocie
MPECCOBAHUS ATIMA30COIePsKaIlell MUXTHI B OPUKeT
npu Harpyske 20 kH; reMneparypHo-BpeMeHHOH pe-
SKAM COOTBETCTBOBAJ THIIMYHOM ITUKJI0oTpaMmmMe pabo-
Thl BaKyyMHOM @€Y IIPU CIHEKaHUU C IIPOIIUTKON
MeJbI0 aTMa3HbIX HHCTPYMEHTOB C TBEPAOCIIIIABHOM

Ta6auna 1. MapkupoBKa U XapaKTePUCTHKY H3TOTOBIEHHBIX aIMAa3HbIX IPABALIAX KapaHgaei

Table 1. Marking and characteristics of the manufactured samples of the diamond dressers

Tumopasmep KoummdaecTso # pacrio- XapaKTepHCTHKa alIMa3HOTO0 HAIIOTHUTEIA
OGpaser mpaBsAIero Kapa#Haama KapaHAama TMOKEHHe AMMASHBIX  [pynma, moarpyn-  Macea amvasa  Cpemssist Macea
(I'OCT 607-80) 3€peH B kapaHjarie Ia, THTI CHIpbS B 00pasiie, Kap OIHOTO 3epHa, Kap
TTKM-1 (meTammusarus 6e3 (oIbru) 3908-0081, 48 3epeH yII0KeHbI XV, «a-2», ~1,0 0,021
TIK-1 (KOHTPOTBHDII) tum 02 B TPH €0 110 16 mT. tam 1
ITKM-2 (meramnusarus ¢ (oabroi) 3908-0054, IIaTs 3epen XVI, «a-1», ~1,0 0,21
Tum 01 BJIIOJIb OCH Tam 1

TIK-2 (koHTPOIBHBII)
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Marpuies (MakcuManbHAs TeMIleparypa Harpesa
1100 °C). B oruume oT U3BECTHBIX CXEM IIPOIIUTKH,
B paspaboTaHHOW TEXHOJOTHM JIETKOIJIABKMA Me-
TaJJI PACHOJIAraloT He CBepXy, a moja OpukeroMm (cM.
puc. 1). Ilpu HarpeBe pacmiap 1mop aedcTBreM 3¢-
(hexTa cMauMBaHUSA U CHUJI KATWUUIAPHOTO HATSIKE-
HHUA IIOJHHMAETCsI BBEpPX, 3allOJIHAI MHUKPOIIOPBI.
Iloce mponuTKu Bcero oobeMa OpHKeTa KalluLIsap-
HBIA o(peKT ucuesaer, HHQPUWILTPAIUS IIPEKpaIa-
eTCsI CaMOITPOM3BOILHO (COOTBETCTBEHHO, UCKIII0YA-
ercsl HeJOCTATOK TPATUIMOHHBIX TEXHOJIOTHH IIPO-
MMATKH, CBI3AHHBIA C KOPPEKTUPOBKON KOJIMYECTBA
mponuThIBaoero Mmerauia). Criekanue 3aBepiianiu
OXJaKJIeHueM BaKyyMHOM Ie4u J0 KOMHATHOM TeM-
nepaTrypasl.

Memoouvt uccaedosanus. V3yueHune cTpyKTypbI
¥ XUMHUYECKOTO COCTABA MPOMEKYTOYHON 30HBI al-
Mas — MaTpulla IIPpOBOJUIIN HA IIOBEPXHOCTAX U3HO-
ca, 06pa30BaBIIUXCA MIPYU UCHBITAHUHN KapaHJAIIeH.
Uccnenoranusa merogamu POM u MUKpoOpeHTreHO-
CIEKTPATHHBIN aHAIN3 BBIIOIHAIN C IIOMOIIBIO IIPH-
6opos TM3030 (HITACHI, Anouwus) u JSM-6480LV
(JEOL, Anonwus). [las onpemenenus TPOAYKTOB MO-
JTUMOP(UHOTO TIPEBpAIleHUus aaMa3 — FpauT U Ux
MMPOCTPAHCTBEHHOTO PAaCIIPeeIeHUs UCIIONb30BAIN
PaMaHOBCKHUU CIIEKTPOCKOI ¥ KOH(POKATHHBIH OIITH-
YeCKUU MUKPOCKOII, BXOJAININE B M3MEPUTEIbLHBIN
kommiekc NT-MDT NTEGRA Spectra (I'pymma
kommanuii NT-MDT Spectrum Instruments, Poc-
cus). Ilomyduenn!r npurieabable W300pAKEHUA paMa-
HOBCKUX CIIEKTPOB, OIPEJIEIEHO MPOCTPAHCTBEHHOE
pacroosxkenue rpaduTHbIX obpasoBaHuii. B pama-
HOBCKOM CIIEKTPOMETpe A BO30OY:KIAEHHS CIEKTpa
KOMOWHAITMOHHOTO PACCeSHHUSA MPUMEHSETCI H3JIy-
yeHue BTOPOi rapMoHukH (A = 532 um) uudparpac-
HOTO IIOJNYIPOBOZHHMKOBOro Jsasepa LCM-S-111
MOIIIHOCTBIO OKoyio 7,12 MBr. [Ina mamepenwuii mc-
MOJIB30BANIA AU(PAKIIMOHHYIO PEIIeTKy C IIOTHO-
ctbio 600 mrTp/MM, 6aarogaps YeMy IMOIYYHIN CIIEK-
Tpel ¢ paspemenueMm 2 cm~l. Kondoxranbuas onru-
YecKasd CHUCTeMa CIEKTPOMETPa C BO3MOKHOCTHIO (DO-
KyCHPOBKH Jiyda Jjiasepa B IIATHO AMAMETPOM [0
0,4 MKM I103BOJIJIA IIPOBECTH KAPTHUPOBAHHE C CO-
IIOCTaBUMbBIM ITPOCTPAHCTBEHHBIM paspelieHueM.
CrexTpoMeTp HACTPAMBAIU HA IIOJIOCHI B MHTEpBa-
nax 1554 — 1632 em! u 2633 — 2746 cm!, cooTBet-
CTBYIOIIMX XapakTepHbIM mojocam rpadura G
(1580 em™!) m G1 mmm 2D (2700 em!). Kapruposa-
HUe BBITOMHAIH ¢ marom 0,5 wiau 1,0 MKM Ha ygacT-
kax 50 X 50 MM

Hcxonmbie moBepxHOCTH 06Pa3IOB aaMasa u3y-
Yagyu C TIOMOIIBI0 ATOMHO-CHJIOBOTO MHEPOCKOIIA,
Takxke Bxogdiiero B cocraB kommiaexca NT-MDT
INTEGRA Spectra. [l monyuenus u aHaausa u3o-
OpaskeHU TPUMEHSIN PEKUM Pab0ThI ¢ MOy IAIH-
el KaHTUJIeBepa 3a CUeT HAIPABIEHHON CHUJIbI, PaB-
voit 2,8 H/m. Pagumyc KpuBH3HBI KaHTHJIEBEpa CO-
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Puc. 1. Cxembl cO0pKH anMasHbBIX IPABANAX KapaHAalen
IIKM-1 (a) u IIKM-2 (6): 1 — anvasHble 3epHa; 2 — I0pPO-
mok-MerayuiusaTop (xpom); 3 — 6puker nmopomka BK6; 4 —
CTaJIBHOM KOPILyC; 5 — GPUKET IMOPOIIKA Mean; 6 — KepaMu-
JecKas Wiu rpaduToBas JIOM0UKa; 7 — MeaHas pobra

Fig. 1. Assembly diagrams of diamond dressers marked as
DDM-1 (a) and DDM-2 (b): I — diamond grains; 2 — powder
for metallization (chrome); 3 — carbide powder briquette;
4 — steel case; 5§ — copper powder briquette; 6 — ceramic or
graphite sintering boat; 7 — copper foil

craBaan 10 mM, pesoHamcHas dyactora — 70—
80 &I'm.

O6cy:xaenue pe3yabTaTOB

HsBecTHO, 9TO TEOpeTHUYECKIE HCCIE0BAHUS B
00JIaCTH CITEKAHWMS MHOTOKOMITOHEHTHBIX MOPOIIKO-
BBIX MATEPUAJIOB CYIIIECTBEHHO OTCTAIOT OT OMITUPH-
YECKUX, YTO O0YCIIOBIEHO CYII[ECTBOBAHWEM U B3aW-
MOEUCTBHEM IEJIOT0 PSAMA CIOKHOYIUTHIBAEMBIX
axropos. HecmoTpsa Ha 3HAUMTENBHOE KOIUIECTBO
myO6IUKAIui, OOJBIITUHCTBO BOIPOCOB OCTAIOTCS
IUCKYCCHOHHBIMHU U TPEOYIOT IIOAPOOHOr0 U3yYeHHS.
JTO KacaeTci WCCIEMOBAHUSI MEK(MA3HBIX TPAHUIIL
pasmena ammas — marpuna. J[o HemaBHEr0 BpeMeHH
MPOBEIEHNE DKCIEPUMEHTAIBHBIX HCCAEI0BAHUM
MeK(a3HbIX TPAHUI] BBI3BIBAIO OIpPEIeTeHHbIE
TpyaHOCTH, OOYCIOBIEHHBIE HEOOXOMUMOCTHIO WC-
MTOJIb30BAHUS BHICOKOPA3PEIIAOIIUX IOBEPXHOCTHO-
4yBCTBUTEJIBHBIX MeTO/I0B (puc. 2). B nanmoit pabo-
Te BO3MOKHOCTH TAKUX METOJIOB Pealr30BAHBI IS
MU3yJYEHUsS CTPYKTYPHO-(PA30BOM OpraHU3aIlluu U
MOpPOIOTHIECKHX 0COOeHHOCTEH MHTEepdeicoB ai-
Mas — MaTpuIla, B TOM 4ucie ¢ noirydenrnem 3D-uso-
OpaskeHnil; MHTEPIPETANNIO JAHHBIX MMPOBOIUIHN C
y4eTOM H3BECTHOU (PU3UKOXUMUY SBIECHHUH.

Cmpyxmypro-ghasosoe cocmosinue urmepgeii-
ca anmas — mampuya. Kax Bugno Ha puc. 2, a, npu
nUTA(OBAHUM WM3-32 PASHUIBI CKOPOCTEH W3HOCA
Tejla MATPUIIHI U AIMAa3HOH COCTABIAIOIIEH B MecTe
MX KOHTAKTa o0pasyeTcs 3HAUYWTEIbHBIA Ieperas
BBICOT, CYIIIECTBEHHO OTPAHWYUBAIOIIUN BO3MOK-
HOCTH TIOJIyYEHHUS TOCTATOYHO YETKUX H300paKeHUH
MEeTOaM¥ CBETOBOM MUKPOCKOIIMH Jae IPH CPaB-
HHUTEJIbHO HeOOIBINX YBeINIEHuIX. TeM He MeHee
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Puc. 2. CseroBoe nsobpaskenre uuTepENCcHON 30HbI anvas — marpuna kapaggama [IKM-1 (a) u POM-usobpaskenus (pesxum
00paTHO paccessHHBIX SIEKTPOHOB) aHAIOTMYHBIX 30H Kapanpamied I1K-2 (6) u IIKM-2 (8): 1 — anmas; 2 — TBepoCIUIaBHAS

Marpuna

Fig. 2. The light image of the diamond-matrix interface area of DDM-1 diamond dresser (¢) and SEM images (backscattered
electron mode) of similar zones of DD-2 diamond dresser (b) and DDM-2 diamond dresser (¢): I — diamond, 2 — carbide

matrix

Puc. 3. POM-uzobpaskenrie naTepdeiicHOM 30HbI aIMa3 — Marpuiia onbiTHoro Kapauaaria IIKM-1 (@ — pexum obpaTeHo pacce-
SIHHBIX 3JIEKTPOHOB) U KapThl pacupeneieHus Ha Hel yriiepoaa (6), xpoma (8), kobanbra (2), Bonbdpama (d), mexu (e)

Fig. 3. SEM image of the diamond-matrix interface area of DDM-1 diamond dresser (&4 — BCE mode) and the maps of the ele-
ments distribution: carbon (b), chromium (c¢), cobalt (d), tungsten (e), copper ()

3aMeTHO, dYTO0 oObpasoBaBIinuiicai HWHTEPQEHCHBIH
CIIOM IIJIOTHO OXBATBHIBAET TMOBEPXHOCTH amMasa.
IIpumenenne POM (cm. pwuc. 2,6, 8) II03BOJIHIO
BBIABUTDH UACHTHUYHOCTh MATPHUYIHBIX CTPYKTYP KOH-
TPOJBHOTO ¥ METANIM3UPOBAHHOTO 06pA3IloB IIpa-
BAIUX KapaHaalled W Pasinuuusa B CTPOCHHH HX
WHTEP(MEHCHBIX 30H: MeKIy crpenkamu 3 (cm.
puc. 2, 6) — IPOCIOHKA MEIHOro HH(UILTPATA: Me-
sy crpenkamu 4 npucyrereyer MII (em. puc. 2, 8).
Bungno, yT0 B KOHTpPONBHOM 00pasile MeIHBIH WH-
(punabTPAT MOCTATOYHO ILIOTHO COIPSIIKEH C HEPOB-
HOM ¥ IIepOX0BATOM IIOBEPXHOCTHIO anMaza (CM.
puc. 2, 6), obecrreynBas MEXaHHYECKOe 3aI[eMIeHIe
arMasa MaTepuasoM MaTpHIlbl. Bmecre ¢ TeM Mak-

poiepoxoBarocts Hezaruienaoro MII anvasa 06-
pasyercs 3a CUeT ero BBICOKOTEMIIEPATYPHOM JecT-
pykiuu, rayb0oKoe IMPOHUKHOBEHHE KOTOPOH YXY/I-
[IAeT JIOKAIBHYI IIPOYHOCTH IPUIIOBEPXHOCTHBIX
y4acTkoB anMasa. Hamporus, mpoduib MeTayiu-
3UPOBAHHOTO aiMas3a BBINVIAAWT TIAIKUM (CM.
puc. 2, 8). (Bonee mompobHO hopMupoBaHKe MIEPO-
XOBATOCTH ajIMasa IPU CIeKaHuu OyaerT paccMoTpe-
HO HUXe.)

KaprupoBanue u anamus JOKAJIBHOTO 3JIE€MEHT-
HOTO COCTaBa IO3BOJIHIM IOJIYYHUTH MOIOTHUTEIb-
HYI0 HH(QOPMAIIHIO 00 0COGEHHOCTAX U pasMepax I10-
rPAHUYHBIX CJIOEB alMa3 — MATPUIlA OMBITHBIX Ka-
paHmameil ¢ y4eToM ycioBui Merasnusanuu. Ha
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Puc. 4. POM-usobpaskenue nuTepdeiicHOM 30HbI anMa3s — MaTpuiia onsITHOro kapannarta IIKM-2 (@ — pexum o6paTHO pacce-
SHHBIX 9JIEKTPOHOB) M KapThl paclpesneeHus Ha Hell yriepoza (6), xpoma (8), kobanbTa (2), Boabdpama (0), menu (e)

Fig. 4. SEM image of the diamond-matrix interface of DDM-2 diamond dresser (2 — BCE mode) and maps of the element dis-
tribution: carbon (b), chromium (c), cobalt (d), tungsten (e), copper (f)

puc. 3, @ TpemcraBiieH y4acTOK wuHTepdeiica ai-
Ma3 — MaTpHIla OIbITHOro Kapaumaima IIKM-1,
IJIOTHO CIIEIVIEHHBIA C aJMa3oM U HUMEIOIUH TOJI-
IIAHY OKOJIO0 6 — 9 MKM, YTO MOKHO OIPEIENUTb II0
Kapre pacmnpenenenus xpoma (pwuc. 3,8). B Tabm. 2
MIPUBEIEH DJIEMEHTHBINM COCTAB YYaCTKA, OTPaHUYeH-
HOTO OKpYy:KHOCTBIO I Ha puc. 3, a. IIpucyrcreue B
WHTEP(ENCHOH 30HE BCEX OCHOBHBIX DJIEMEHTOB
MaTpHUIlbl CBUAETEJIBbCTBYET O JOCTATOYHO NWHTCHCHUB-
HOM MAacCCOIIePEeHOCe IIPU 3aJaHHbIX B DKCIEPUMEHTE
yCIOBHUAX crekaHus (6e3 sKpaHupy el (oabru).
Mo:xHO OTMETHTBH, YTO CBET/Ible 3epHa Kapbuma
BOJIb(paMa MEXaHHYECKH BHEIPUINCH B XPOMOBYIO
060J104Ky, chOPMHUPOBABIIIYIOCA HA dTAIlE IIPeccoBa-
HHS IIUXTHI B OPHUKET, HO HE COIPUKOCHYJIHCH C I10-
BEPXHOCTBIO aJiMasa, YTo BHUAHO Ha puc. 3, a. Kapra
pacmpenenenus Boabppama (puc. 3,0) IIOATBEP:IK-
maer sro. Ha pwc. 3,6 4yerko 0603HAUYEH KOHTYP
arMasa W 3aMeTHa y3Kad I[ojoca yriepoja,
MTOBTOPAIONIAA KOHTYPBI anMasa. Fe MeHbIasa wWH-

TEHCUBHOCTb YKA3bIBAET HA CBI3AHHOE COCTOSHIE
yriepoga. 9To 00CTOATEIBCTBO B COBOKYIIHOCTH C
KapTHHOHM pacmpenenenus xpoma (cM. puc. 3, 8),
TaKKe TOBTOPSIOIIET0 KOHTYP aliMasa, IOATBep:KIa-
er obpasoBanue Ha ero moBepxHoctu MII cyOmuk-
poHHO# TonmuHbL. Pacnpenenenue menu (puc. 3, e)
MMOKA3bIBAET, YTO JKUKAS Melb, IIPOIUTAB TBEPIO-
CIUIABHYIO IIUXTY W TPAKTUYECKU OCTAHOBHUBIIKCH
Ha TrpaHuIle wHTepdeiica, B HEKOTOPOM KOJIMYECTBE
npucyTcTByeT B HeM. Takum 06pasom, mpoMesKyTod-
Has 30HA anaMas — MaTpuia B kKapanpamax [TKM-1
obpasoBaHa IIPEeuMyIIeCTBeHHO hasaMu XpoMa, Kap-
ouma xpoma, Kapbuma BojbpaMa W MemH; HeIlo-
CPEICTBEHHO K ajiMasy MPHUJIeraeT XpoM-KapOumaHoe
MII cyOMUKPOHHOM TOIIAHEI.

B otnuuwne ot ob6pasios ITKM-1, B kapaumamax
IIKM-2 rtonmmaa MII cocraBaser 1 -3 MEM
(puc. 4), a comep:kaHue XpoMma BHAYUTENHHO BHI-
e — 10 83,16 % (cM. Tabm. 2), 4TO OTBEYaeT Teope-
THYECKOMY (pacyeTHOMY) 3HAYEHHIO KapOuma xpoMa

Ta6auna 2. PesynpraThl MUKPOPEHTIEHOCIEKTPATHHOTO aHAIN3a NHTEP(ENCHBIX 30H aIMa3 — MATPHUIIA ONBITHBIX MIPABIINX

KapaHjanen

Table 2. The results of the X-ray microanalysis of diamond-matrix interface zones of the pilot diamond dressers

AIIeMeHTHBIN cocTas, Mace. %

O6berT u 0baacTb 3amepa

Cr C Co Cu w
O6paser; I[TKM-1, 06:1. 1 (cm. puc. 3, a) 17,11 42,57 10,33 1,97 26,11
O6paser; [TKM-2, 06:1. 1 (cm. puc. 4, a) 81,89 13,74 3,09 1,28 0,00
O6paser; ITKM-2, 06:1. 2 (cM. puc. 4, a) 83,16 9,83 4,17 2,78 0,06
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Puc. 5. TpexmepHble KapThl PAMAHOBCKUX CIIEKTPOB IPaUTHBIX 06pa3oBaHuil (IIOKA3aHbI CTPEIKAMU) B HHTEP(MEHCHOH 30He

anmas — marpuna npassmux kapaugamei [IKM-1(a) u IIKM-2 (6)

Fig. 5. Three-dimensional maps of the Raman spectra of graphite formations (shown by arrows) in the zone of diamond-ma-

trix interface of DDM-1 (@) and DDM-2 diamond dressers (b)

Cr3C,. Basxuo, uro CrgCy yeTOHUMB K pacTBOPEHUIO
B MeaH, HO XOPOIII0 cMayuBaercs e [17]; aro mox-
TBEPIKAAETCA Pe3yIbTaTaMi MHUKPOAHAIN3a, BBHIAB-
aaomuMu comepskanne Mexau B MII (cm. tabm. 2,
puc. 4, e). B cooTrBeTcTBHY ¢ AuarpaMMoii COCTOSTHUA
Cr — Cu ompeneneHHOE KOIMYIECTBO YKUCTOTO XPOMA
IIPH TeMIepaType MPONUTKNA PACTBOPIETCA B MEIH;
B X0JIe TIoceyroniero oxaaxmaerus no ~1075 °C o6-
pasoBaBIIafcA KUAKAT (pa3a KPHUCTALIU3yeTCSI B 60-
jlee TPOYHBIA IO CPAaBHEHWUIO C MEIbI0 DBTEKTH-
yecKuil wiu OIU3KHH K 9BTEKTHKE CIUIAB XpoMa U
memu. [IpucyTcTBHe IPOYHBIX ¥ IJIACTUYHBIX (has B
cocrase MII mo/KHO yaydIIUuTD SKCILIyaTAlOHHBIE
MIOKA3aTeNy OIBITHOTO WHCTPYMEHTA — W3BECTHO,
YTO IIPOMEKYTOYHBIE CJIOM aJIMa3 — MaTpPHUIla BBICO-
Kopecypcubix KAM ¢ xopoIum anmMasoyrep:KanueM
OJLKHBI COYeTaTh albTepPHATHBHBIE (PU3UKO-MEexXa-
HUYECKHE CBOMCTBA (IPH BBICOKOH IIPOYHOCTH
UMeTh HEKOTOPBIH YpPOBeHb ILTacTudHOCTH) [2, 18].
PenTrenoBckue TouedHBIE CHUTHAIBI OT KOOAIHTA,
Bolb(pama u Menu Ha amvase (cMm. puc. 4,z —e)
00yCIOBJIEHBI IIEPEHOCOM STHUX 3JIEMEHTOB HA €ro
TIOBEPXHOCTh IIpH InudoBanuu. Takum obpasom,
MeTaIM3aIHsa aIMasa XpoMoM obecIiedusa moryJe-
are MII 1 MOHOJUTHOTO KOHTAKTa ajaMa3s — MaTpH-
na npu cuexkanun obpasios [IKM-1 u IIKM-2, npu
aTOM (ba30BbIE TIEPEXOABbI U XUMHUUYECKHE PEeaKI[uu
MPY METATU3AINY B YCIOBUAX 3aMKHYTOTO 06beMa
MemHOM (posbru cdopMmMupoBanE 6Gojiee  coBep-
urerHoe MIT u Gosiee BBICOKOCTPYKTYPHPOBAHHBIN
vHTEPMEeHCcHBIN c0i. /a1 000MX THIIOB OIBITHOTO
aJIMa3HOTO WHCTPYMEHTA CIPaBEAJUBO OyIeT OXKu-
IaTh TOBBINEHUS YAEPKUBAIOIMIEH CIOCOOHOCTH
MATPHUIIBI 10 CPABHEHHIO C MATPHUIIEH KOHTPOIbHBIX
06pasIoB.

Yposenv pazsumus zpagumusayuu HQ KOH-
makme aima3 — meepioCnaAa8HAs MAMPUYa Npu
MemaAiu3Qyul aIMa3nol xKomnorenmot. M3Becrt-

HO, YTO MPOIECC METAJUIN3AIAN aaMas3a MpeiCTaB-
jgeT coboil ero B3aWMOJAEHCTBHE C XUMHUYECKH aK-
TUBHBIMU TI0 OTHOLIEHHIO K YIJIEPOLY MEeTaJLIaMH,
BEJIIOUAIOIee CTAUI0 KATATIUTHIECKOrO IIpeBparie-
HHUA anmMasa B rpaur (aI0TPOIIHbIE IIPEeBPAIeHUA
yIiiepofia B MPUCYTCTBUH XHUMHYECKH AKTUBHBIX K
YIJIEPOIy Cpel PAcCMOTPEHBI, HampuMep, B paborax
[19, 20]). IIpu srom mpouyHOCTH HHTepdeiica ai-
Ma3 — MaTpuila MaKCUMAaJIbHA MPH OTCYTCTBHU Tpa-
¢uroBoii mpocnoiiku. g uU3yIeHHS HMEIOIUXCS
rpadUTHBIX 00pas3oBaHMi, WX MOP(OJIOTHH, pac-
MOJIOYKEHUST W paclpeeeHns IMPOBefeHa CheMKa
PaAMAaHOBCKUX CIIEKTPOB IIPOMEKYTOUYHBIX 30H al-
Ma3 — MAaTpUIla SKCIEPUMEHTAIbHBIX KapaHaaIle:.
HsBecTHO, YTO CHEKTPOCKONHS KOMOWHAITHOHHOTO
paccesiHHsT CBeTa HA CETOAHS fABJIsgeTca Hauboiee
9(p(PEeKTUBHBIM METOMOM WIEHTU(DUKAIINN CTPYK-
TypPHO-()a30BOTO COCTOSHUA YIJIEPOIa U IIUPOKO KC-
MONIb3yeTCs s ATTeCTAI[UN PA3IUYHbBIX AJIOTPOI-
HBIX (DOPM yIyiepofa — OT rpadeHa J0 aiMasorio-
IOOHBIX IIeHOK [21, 22].

Ha puc. 5, @ Bugso, yro B o6pasie IIKM-1 rpa-
¢uT BBIABIAETCS B BHUAE OJUHOYHBIX BKIIOYEHUH
MHKPOHHOU pasmepuoctu. s kapaumama [TKM-2
(puc. 5, 6) pamanoBckmii curHanx Ha G- w Gl-mo-
jmocax rpaduTa He MPeBBIIAeT CUTHAJA OT IIyMa,
YTO YKas3bIBAET HA MPAKTHYECKOEe OTCYTCTBHE Tpa-
(hura B 30HE amMas — MaTpUIla IPU METAIIH3AIUN
¢ ¢oaproii. CoOTBETCTBEHHO, BCE OIBITHBIE Ka-
paHgAIIH [OJKHBI IPOIEMOHCTPHPOBATD JOCTATOU-
HO BBICOKHI YPOBEHb ITPOYHOCTH KOHTAKTOR ajiMa3 —
MaTpHIIA.

Hsmernenue nosepxrocmu aamase npu chexa-
rnuu. PaccmarpuBas apyreie 0ocoGeHHOCTH (POPMHUPO-
BaHUs IPOMEKYTOUHOM B30HBI ajMa3 — MATPHIA C
MII, He06X0AMMO OTMETHUTH, YTO YIOMUHABIINECHT
BBIIIIE TIPOIECCHI B3aUMOJIEHCTBUS aiMasa C XH-
MHUYECKA AKTUBHBIMHU II0 OTHOIIEHHUI0 K YTJIEPOLY
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Puc. 6. Tpexmepuoe ACM-usobpaskeHre yJ4acTKa IMOBEPXHOCTH OMHOIO M3 KPUCTAIJIOB ajiMas3a B MCXOMHOM cocTOsHHU (a) U
POM-uzobpaskenue yyacTka IOBEPXHOCTH aaMasa II0cje CIeKaHus ¢ MeTauiusanuei (6) [23]

Fig. 6. Three-dimensional AFM image of the surface of one of the diamond crystals in the initial state (¢) and SEM image of
the diamond surface area after sintering with metallization (b) [23]

MeTaJIaMH 10 CyTH MPeACTABJISIIOT co60i Tepmo-
XUMUYECKOe TpaBJeHHWe aJIMA3HOM IIOBEPXHOCTH W
MTOBBIIIAIOT YPOBEHH €€ IIEePOXOBATOCTH. JTO XOPO-
III0 BUAHO HA pHUC. 6, HA KOTOPOM IIPEICTaBJIEHbI
M300paKEeHN TOBEPXHOCTH aaMa3a B UCXOIHOM [0
CIIEKAaHWUA COCTOSHUU U II0C/IEe PEeKyIepaIiuu U3 CIre-
YEHHOTO KOMITO3UTA (XMMHUYECKOH IIPOMBIBKOH B
«IlapcKoit Bomke») [23]. PasBuras miepoxoBaTocTh
CII0cOOCTBYEeT MeXaHUIeCKOH anresnn (MeIb CILIOII-
HBIM 06pa30M 3aIloNHIET MUKPO-, CyOMHKpO- U Ha-
HOpasMepHbIe HEPOBHOCTH BO3HHUKIIETO penabeda
TIOBEPXHOCTH ajnMasa). PoCcT MexaHUYeCKOoU afre3unu
TakKe 00yCIOBJIEH MMPEUMYIIeCTBAMH CXEMbl CaMo-
J03UPYEMOi TIPOMUTKH, 06ECTIeUnBAOIIEH III0THOE
3aIt0THeHHE 00PA3II0B METAIIOM-UH(PUIHTPATOM.

Takum 00pasoM, ¢ IPUMEHEHHEM COBPEMEHHBIX
BBICOKOPA3PEIIAIUX METOOB WCCIEOBAHUS II0-
JIy9eHO DKCIEPUMEHTAIbHOE IMOATBEp:KIeHuEe (Pop-
MupoBanus u coxpanenus MII npu ucmonbzoBannm
MPEIJIOKEHHBIX HOBBIX TEXHOJOTUYECKUX TOIX0I0B
K CO3JIaHUIO0 aJIMa3HO-TBEPAOCILIABHOTO HHCTPYMEH-
Ta. B coorBeTcTBUH ¢ mOT0KEHUAMEU PAOOTHI [3] BBI-
COKOCTPYKTYPHUPOBAaHHAA OpraHu3anusa uHrepdetic-
HOU 30HBI, oOpasoBaBuieiica B mpucyTcrBuu MII,
obecrieyna MOHOJIUTHOCTh M IPOYHOCTH COEIWHE-
HUS aJIMa3 — MaTpuIia. ITO MOATBEPIUIN PesyibTa-
Thl CPABHUTENBHBIX HCIIBLITAHWA HKCILIyaTAIIHOH-
HBIX CBOMCTB ONBITHBIX M KOHTPOJIBHBIX MPABAIIUX
KapaHjalei: yaerbHas IIPOU3BOAUTEIBHOCTb Ka-
paumamreit [IIKM-1 u ITKM-2 npessonura aHamorud-
HbIH nokasaTensb kapanaaiiei [IK-1 u ITK-2 na ~39
u ~45 % coorBercrBenHo. 110 abcomroTHRIM 3HAYeE-
HUSM yeabHas MPOU3BOIUTENBHOCT OMBITHBIX Ka-
paupamei Boire TpeboBanuit 'OCT 607-80 mpax-
TUYECKH B [[Ba pasa.

HpeﬂJIOH{eHHI:Ie TEeXHOJIOTHYEeCKHue IIpUueMbl AB-
JISTIOTCSI OCHOBOH I paspabOTKH CHCTEMHOTO IIOA-

X0la K KOHCTPYHUPOBAHHUIO BbICOKOI((EKTHUBHBIX
aIMa30MeTaIMYeCKUX MaTepPHajoB C IIPOTHO3UPYe-
MBIM YPOBHEM CBOMCTB.

3axaroueHue

[Ipumenenme coBpeMeHHBIX BBICOKOPA3PEIA0-
IAX METOIOB /I WCCIEHOBAHUSI CTPOCHUS WHTEP-
(eiica anmas — MaTpuIla TOKA3aJI0, YTO IPHU HUCIIOIh-
30BaHUU PaspaboTAHHON HOBOH TEXHOJOTHH, COBME-
[[AoNed MeTaIIu3aIllui0 aaMal3a CO CIIEKAaHHeM,
00eCcreunBaioT MOIyIeHne U COXPaHeHrne afre3noH-
HO-aKTHBHOTO METAJLIM3UPOBAHHOTO IIOKPBLITHA B
mpoliecce CHHTEe3a aaMa3HO-TBEPAOCILUIABHBIX HHCT-
PYMEHTOB. ¥ CTAHOBJIEHBI CTPYKTYPHO-(ha3oBbIe 0COo-
6emHocTH  c)OPMUPOBABIIIETOCT HMHTEPQEHCHOr0
CJI0ST U WCCIIeOBAaHbI OCHOBHBIE (DAKTOPBI, 00yCiIo-
BUBIIIME YIy4IIeHWEe XUMHYECKOH U MeXaHUIeCKOH
anre3uy MeKIy ajMasoM W MaTpPHIei. ¥ aenbHas
MPOU3BOAUTEIHLHOCTD OIBITHOTO AJIMA3HOTO HHCTPY-
MEHTa BBIIlIe, YeM H3TOTOBJIEHHBIX (€3 MeTain3a-
MY a7IMa3a KOHTPOJIbHBIX MPAaBANUX KapaHaaleH,
Ha 39 — 45 %. [lony4yenusbie pe3yabTaThl MOTYT OBITH
KCIIOIb30BAHBI IIPU Pa3paboTKe HAYIHBIX OCHOB U B
MPAKTHKE CHHTEe3a aJIMa3HBbIX WHCTPYMEHTATHHBIX
KOMITIO3UTOB, 4 TaKKe I PEeryJIUpOBAHUS aTe3u-
OHHOTO B3aMMOJIEACTBHS HA MeK(asHbIX TPAHUIAX
TIPY CO3[IaHUM HOBBIX BHICOKO3((PEKTUBHBIX KOMIIO-
BUIMOHHBIX MATEPUATIOB.

duHaHCHPOBAHHE

Pabora BeimosnHeHa npu PUHAHCOBOHU IOIIEPIK-
Ke rocymapcTBa B pamkax IIporpamm ®HU rocynap-
CTBEHHBIX akanemuii Hayk, ¥ HIT 0378-2018-0006.
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MEASUREMENTS FOR GLOBAL TRADE

Have you ever wondered how many products
and services are traded across the world, or consid-
ered how much energy crosses borders as either
electricity or gas? You may not be aware of the ex-
act amounts and take measurements for granted,
putting trust in what manufacturers, transporters
and governments do to ensure fairness and safety
in the trade and transport of commodities.

Fortunately, international systems have been
established to provide the necessary assurance and
confidence that these measurements are accurate,
and that they are a sound basis for global trade.

According to the World Trade Organization
(WTO)!, the global trade of products was a record
US$ 19.67 trillion in 2018. Considering that the
price of a significant proportion of the global trade
of products is determined using legal units of mea-
surement, it becomes clear that metrology plays a
huge — and indeed critical — role in global trade.

Technical regulations and standards are
adopted by governments to protect both producers
and consumers at national and international levels.
The Organisation for Economic Co-operation and

1 https://www.wto.org/english/res_e/statis_e/wts2019 e/
wtsl9 toc_e.htm

Development (OECD) estimates that about 80%
of global trade is affected by standards or regula-
tions. A sound measurement system must be in
place, so that the application of standards and re-
gulations does not become a technical barrier to
trade (TBT) which would lead to increased costs,
inhibit the free flow of goods, or require repeated
testing.

Trust in the assessment of conformity against
specifications reduces costs and increases confi-
dence for businesses and consumers; this is under-
pinned by the strong and effective worldwide me-
trology system.

We all depend on items that are transported to
us, either from a store nearby or from a country on
the other side of the world. Accurate measure-
ments ensure that the goods and services we need
are delivered safely and reliably.

As Directors of the International Bureau of Le-
gal Metrology (BIML) and the International Bu-
reau of Weights and Measures (BIPM), we work ac-
tively to elevate the importance of the role that
measurement plays in global trade to ensure fair-
ness, confidence, and protection of both the pro-
ducer and consumer.
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BAJINJIAIIASI METO/IUKH OIIPEJIEJIEHUS CYJIb®ATA
®PAMUIIETUHA B JIEKAPCTBEHHOM IIPEIIAPATE
«®PPAMHUJIEKC» METO/JIOM BBICOKO9®®PEKTUBHOU
JKUTKOCTHOHM XPOMATOI'PA®UHU

© Muasmonoek laBponbexoBuu 'anmaposl®, dymaiixo
AcanamuneBna CmanoBal, IOpuit BanepreBnu TumaeHko?2,
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Cmamus nocmynuaa 22 anpeas 2020 2. Ilocmynuna nocae dopabomru 22 anpens 2020 2.
Ipunsama k nybaukayuu 22 anpeas 2020 2.

Paspa6oran croco6 ompenenenust hpamuriernsa cyibgara B npenapare «Ppamugerc» (Kammm
rnasubie u yinabe) MerogoM BOKX-Y® (A = 365 um) ¢ npumenenunem 2,4-muHuTPodTOPOEH-
30/Ia B Ka4yecTBe [ePUBATHU3UPYIOIIEro areHTa. [IprBereHbl XapaKTePUCTUKN AHATUTAIECKUX
METOUK, OIpefesdeMble B IeJIfX UX BAIUIAINH, U COOTBETCTBYIOIIHE KPUTEPHH IIPUTOJHOCTH
BaIUUPYEMbIX METOUK, IIPeIHA3HAYEHHbIX /I KOHTPOJII KAueCTBa JIEKAPCTBEHHBIX CPEJICTB
(papmarieBTHUECKHX CyOCTAHIIUI U JIEKAPCTBEHHBIX mpernaparos). 1o pesynbpraTram BHyTpHIiIa-
60pPaTOPHOTO 3KCIEPUMEHTA 10 BAIUIAIMOHHOU OIIEHKEe METO[A II0 TAKHM IapaMeTrpaMm, Kak
CrerupUIHOCTD, TIPeeN OIpeaeIeH s, JUHEHHOCTD (K03(h(UITMeHT KOPPeIaIul — He MeHee
0,99), npaBwibHOCTE (cpemuee 3Hauenune — 97,5 — 102,5 %; wosdpdurimeHT Bapuanum — He
6omee 2,0 %; mOBEepPUTENbHbBINA TUANA30H NOJLKeH BEI0YaTh 100 % 3HaYeHul), CXOAMMOCTh (KO-
scpdpunirenT Bapuanyu — He 6omee 1,5 %), mpoMeKyTOUHAA IPENU3HOHHOCTH (K03(huIiieHT
Bapuanuu — He 6osee 1,5 %), ObLIO YCTAHOBIIEHO, YTO MOIyYeHHbIE 3HAYEHHUS METPOJIOTHYE-
CKHX XapaKTEPHCTHK He IIPEBBIIIAI0T BATH/IAIMOHHBIX KPUTEPHEB U paspaboTaHHas MeTOAUKA
ymoBierBopsieT Bcem obienssectHbiM TpeboBanusm GMP (Good Manufacturing Practice).

KaroueBsle ciaoBa: cynbdar dpamvuriernaa; BOHRX; «Ppamunerc» Karum riaasHble U YIIHbIE,
BaIH/AIIS.

VALIDATION OF THE FRAMYCETIN SULFATE DETERMINATION TECHNIQUE
BY HPLC IN A FRAMIDEX MEDICINAL PREPARATION

© Dilshodbek D. Gapparovl®, Zulaikho A. Smanoval,
Yuri V. Timchenko?, Andrey V. Pirogov?2

1 National University of Uzbekistan named after Mirzo Ulugbek, 4 Universitetskaya ul., Tashkent, 100174, Republic of Uzbe-
kistan; *e-mail: d.d.gapparov@mail.ru
2 M. V. Lomonosov Moscow State University, 1 Leninskie gory, Moscow, 119991, Russia.
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A method for determination of framycetin sulfate in a Framidex preparation (eye and ear drops) by
HPLC-UV (A = 365 nm) using 2, 4-dinitrofluorobenzene as a derivatizing agent has been developed The
characteristics of analytical methods determined for the purpose of their validation and relevant criteria
for the validity of validated methods with the goal of the quality control of drugs (pharmaceutical sub-
stances and drugs) are presented. According to the results of an intralaboratory experiment on the valida-
tion assessment of the method by the parameters of the specificity, limit of determination (LOD), linearity,
precision and laboratory accuracy, it is shown that the LOD decreases by an order of magnitude, the corre-
lation coefficient is not less than 0.99 correctness (average value — 97.5 — 102.5%; variation coefficient —
not more than 2.0%; the confidence range should include 100% of values), convergence (variation coeffi-
cient — not more than 1.5%), intermediate precision (variation coefficient — not more than 1.5%). It is
shown that the obtained values of metrological characteristics do not exceed the validation criteria and the
developed method matches all the well-known requirements of GMP (Good Manufacturing Practice).

Keywords: framycetin sulfate; HPLC; “Framidex” eye and ear drops; validation.
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Puc. 1. CrpykrypHas ¢opmyna ¢paMuiieTuHa

Fig. 1. Structural formula of framycetin

BBenenue

B macrosiiee BpeMsa aMUHOTIHKO3UIHBIE aHTH-
OMOTUKY 3aHWMAIOT BeyIllee MEeCTO B JEUEHUU TH-
JKEJTBIX HHQEKITHOHHO-BOCIAIUTEIbHBIX 3a00yeBa-
HUM. AMHHOTIMKO3U/IbI OKA3hIBAIOT OAKTEPUITHIHOE
IeficTBHE HEe3aBUCUMO OT (Da3bl PA3MHOKEHUA MUK-
POOPTaHM3MOB, B TOM YKCJIE U HA MUKPOOPTaAHU3MBI,
Haxojamuecsd B ¢ase mokosa. Ilosromy TepameBTu-
geckas 5(PPeKTUBHOCTb AMUHOTIMKO3UIOB, B OTJIH-
yue oT 6eTa-IaKTaMOB, He CHH:KAeTCH IIPU OJHOBpe-
MEHHOM HA3HAYEHUH aHTHOMOTHUKOB [1, 2].

CrpykrypHad dopmyna dppaMuieTuHa — 2-1e-
30kKcu-4-0-(2,6-quaMuno0-2,6-1uae30KcH-a-D-rIoko-
nupano3mi)-5-0-[3-0-(2,6-guamuno-2,6-1une30kcu-
B-L-unonupanosu)-B-D-pubodypanosun]-D-cTpern-
ramuHa (Heomuriuaa B) — npusenena ma pruc. 1.

I'masubsie kammm «®pamumexc» IPOU3BOACTBA
rommauuu Aseptica (Y3bekucran) — KOMOUHUPO-
BaHHBIH IIpernapaT, KOTOPBIN HAPALY ¢ AMHHOTIHUKO-
3UIOM (PPAMHUIETUHOM COAEPIKUT TaKKe aHTHOWO-
THEK TPAMUIWAWH ¥ KOPTHKOCTEPOUIHOE ITPOTHBO-
BOCIIQJIMTEIBHOE CPEJICTBO JeKCaMeTa30H.

KouTtpons rauecTBa cyOcTaHIIMI ¥ TOTOBBIX Jie-
KapCTBEHHBIX (DOPM IPEnapaToB SBJSETCA Ha Cero-
OHANIHUK JeHb akTyalbHOU 3amadei [3,4]. Haa
ompejeneHus (PPaMUIIETHHA OOBIYHO HCIIOIB3YIOT
MuKpobmonoruueckuit merox u BOHKX ¢ ammepomer-
PUYECKHM [eTeKTHpOBaHWeM. B ciayyae MUKpPOOHO-
JIOTHYECKOTO MeToJla MPOBe/IeHe aHalIn3a 3aHuMa-
er 4 — 5 mHeH, a IOTPEITHOCTD ITOJIYIeHHBIX Pe3yilb-
tatoB cocrasisger 15 %. Iaa BOWHX morpemHocTsb
cocTaBisgerT npubnusutenbHo 2 —3 %, pes3ynabTaTr
MOSKHO TOJIYYIUTH OBICTPO, HO KUIKOCTHOH XpOMaTo-
rpad ¢ aMIepoMeTPHYEeCKHM IeTEKTOPOM IOCTYIIeH
He [ Bcex jabopaTopuil.

B mportecce mpuroToBIEHHA JIEKAPCTBEHHBIX
MpernapaToB Henb3sd TPUMEHATh HEeIKCIPECCHbIH
MUEPOOGHUOIOTUYECKUH METO]], IIOCKOJIBKY ITPOU3BOI-
CTBEHHBIN IIPOIIECC AOJKEH OBITH HEIPEpPHIBHBIM,
a peammsarua meroga BIMKX ¢ ammepomerpuue-
CKHUM JIeTEKTHPOBAHUEM HEBO3MOKHA Ha (papMalies-
THYECKOM mIpennpuaTuu [5, 6].

B cBasu ¢ sTuM HeobxomuMo 6bLIO HAUTH 6osee
MOCTYTIHBIH 9DKCIPECCHBIH CIOCo0 OIpeerneHust
dpavurieruna B nmpenapare. Mbr paspaboranu me-

TONUKY OmpefeneHus (QPpaMHIETHHA METOI0M
BOXKX-Y®, Briouarnlyo JepUBATH3AIUIO C IIPH-
MeHeHHeM 2,4-TUHUTPOPTOPOEH30Ia B KaUecTBe Je-
PUBATU3UPYIONIETO areHTa, IIOCKOIBKY (pammuiie-
THH He 00J1aaeT CII0COOHOCTHIO CBETOIOTJIOIeHHU.

ens paboTs! 3akmTi0yanach B OllEHKE METPOJIO-
THYECKUX XaPaKTEePHUCTUE PaspaboTaHHON METOIUKN
ompesienieHud (PPaMUIETHHA U ee BaTUJAIUHU 110 Ta-
KHM I[apaMeTpaM, KakK CIeIHU(PUIHOCTh, Ipeaes
olpejieNieHus, JTUHEWHOCTh, MPABUIBHOCTD, CXOIH-
MOCTB, BHyTpHIabopaTopHas TOYHOCTb.

XapakTepuCTUKN  aHATUTHIECKUX  METOIUK,
ompesiesiieMble B I[eIAX BaJTUIAIlUNA, U COOTBET-
CTBYIOIIFie KPUTEPHUH MPUTOTHOCTH BATUIUPYEMBIX
METOMIUE, IPeHA3HAYEHHBIX /I KOHTPOJA KauecT-
Ba JIEKAPCTBEHHBIX CPeaCcTB ((hapMalieBTHIeCKUX
cyOCTaHIIUI U JIEKAPCTBEHHBIX IIPernapaToB) peria-
MEHTHPOBAHBLI B psjie HOPMATHBHBIX JIOKYMEHTOB
[7—11]. Banuganuu mopjexaT MeTOIUKH Ompere-
JIGHUS TIpUMecedl M METOIWKH OIpeaeeHHus Ipe-
IebHO OMyCTUMOM KOHIleHTpamuu. MeTtoguku
MPOBEPKU TOJIMHHOCTH TOABEPTaiOTCA BaTUAAIUN
npyu HEoOXOAMMOCTH TOATBEPAUTH UX Ccrerudud-
HOCcTh. OTCyTCTBHE CIEIHU(PUYHOCTH OJHOH aHATIH-
THYECKOM METOAHKH MOKET OBITh KOMIIEHCHUPOBAHO
WCIIOIb30BaHUEM Ipyroi. [loKasaTemxbCcTBO CIelu-
(pruHOCTH BATUAMPYEMOH METOAMKU OOBIIHO OCHO-
BAaHO Ha PACCMOTPEHHUU MAHHBIX AHAIN3A MOJIENb-
HBIX CMeCel M3BECTHOTO COCTaBa, MOJYyYEHHBIX C ee
KCIIOTb30BAHUEM.

JKCIIEPHMEHTAIBLHAA 9aCTh

OOBEKTOM HCCITeIOBAHUS ABUINCH [VIA3HbIE U YIII-
uele Kamum «Ppamumerc», comep:kamme 5,0 Mr/mi
dpamureruna cymnndara.

Hcnonb3oBanmu BEICOKO3((EKTUBHBIN FKUIKOCT-
HOo# xpomarorpad LC-20 Prominence (Shimadzu,
Amonus) (gmamason miuuH BomH — or 190 10
700 HM, JIMHA BOJHBI JeTEKTHPOBAHUI — 365 HM).
HccnenoBanusa IpoBOIUIN C HUCIIOIB30BAHUEM MED-
HBIX TIOCYI KJIacca A, aHAIUTHIECKUX BEeCOB (Iuama-
30H uaMepenus: ot 0,0001r mo 220T1) Momenb:
CY 224 CITIZEN (Uugus), pH-merp wmomens:
WTW 7110 (I'epmanus).

B kauectBe mogBu:xHOM (assl B BOHKX npume-
HATH TPEXKOMIIOHEHTHbIE CMECH AIleTOHUTPWIIL:
0,5 M cepuas kwuciaora: 6y(epHBIH pacTBOpP TpHUC-
(rupmporcumerun)amunomerada (0,25 %-ubiii  BOA-
HBIH pacTBOp) B cooTHoIrnennu 59:1:40 mo obmeMmy.
Xpomarorpaduyeckuii aHATNU3 BBINOIHMIN B H30-
KpaTHYeCKOM peXuMe, HMPUMeHsAsd KoJIoHKy Shim-
Pack VP-ODS (150 X 4,6 MM, 5 MEM).

IIpenmapar «®pamunerc» (comep:xanue gppamu-
neruHa cyiabgara — 5,0 Mr/MiI), COOTBETCTBYIOIIUI
dapmakomneiinoit cratbe mnpemanpuatus (OCII) 42
¥3-26491354-3457-2018, roTOBHIM pPACTBOPEHHEM
ero 80% (4,0 mr/mm), 90 % (4,5 mr/mi), 100 %



«3aBoackasd maboparopusa. [[marnocruka marepuanaos». 2020. Tom 86. Ne 6 75

(5,0 mr/m), 110 % (5,5 mr/mir), 120 % (6,0 mr/v).
B kauecrse pabouero cramgapraoro oopasma (PCO)
KCIIOJNB30BAIH CyOCTAHITHIO (hbpaMulieTrHa Cyibda-
ta Suzhou Pharmaceutical Technology Co., Ltd
(Kurait) (comep:xaHme aKTHBHOTO BeIlleCTBA —
99,85 %). I'oroBuu pacrsopser PCO ¢pamurniernna
cynbara ¢ kounenrpanuei 0,2 mr/via. [Iposogumau
JIepUBATU3AIMI0 IOMy4eHHBIX pactBopoB PCO,
aHATU3UPYEMBIX PACTBOPOB M BOABI (KOHTPOIHHBIH
onsiT). B Tpu MepHbIe K0gOBI Ha 50 My OMeramH
o 5 Mz pacrsopa PCO, ananusupyemoro pacrsopa
u BoAbl. B ramayo komly mobasmsau mo 10 M pac-
TBOpa 2,4-muHUTPOPTOPOEeH301a 1 mo 10 M Tpuc-
peakruBa (0,3 %-HbIN PaCTBOP B AUMETHJICYIb(OK-
cuzie). Bce Tpu K0I6BI 0JHOBPEMEHHO IOMEIIATN HA
BozsHy0 Oanio Ha 50 muH mpu Temmeparype 60 °C.
3areM KOIOBI OXJIaXKIANIMA OO KOMHATHOM TeMIle-
paTtypsl M JOBOOWIN OOBEM PACTBOPOB 10 METKH
arerouuTpuioM. llosydyeHHbIE PACTBOPHI BBOIUIN
B xpomarorpad (o6bem mpobsr — 20 MKII), moxydas
He MeHee 6 XpoMarorpaMM g KayKJOTO W3 HHUX
[12].

O6cy:xaenue pe3yabTaTOB

B xozne pa3paboTku METOMUKN MPOBOIUIN IIOJ-
60p MOABMIKHON (hasbl, UCXOId U3 BEJIUIHUHBI Paspe-
IIEHUA TUKOB i pa30aBlIeHHbIX PACTBOPOB U JIH-
TepaTyPHBIX JaHHBIX O Pa3pelIeHn: MUKOB pamu-
IeTHHA CcyJbgaTa B ameTOHUTpuie W OydepHOM
pactBope TpHC-(THAPOKCHMeTHI)aMruHOMeTara [13,
14]. XpomarorpadupoBaHre pacTBOPOB IPOBOIUIN
B ONTHMHU3UPOBAHHBIX YCIOBHUIX, MPUBEIEHHBIX B
pab6ore. IToyuernubie xpomarorpamMmsl (puc. 2) mos-
TBEPIKAAIOT, YTO YCIOBHA XPOMATOTPAUPOBAHUA
ONTUMU3UPOBAHBI, TUKU (hpaMUIleTHHA CyIbdara u
IPYTUX KOMIIOHEHTOB TIperapaTa paspelieHsl.

[Tuk, 3aperucTpupOBaHHBIN HA XpOMaTOTrpaMMe
B muTepBajie ¢, or 1,5 mo 5,0 mun (cMm. puc. 2, a),
MMPUHAIJIEKAT 2,4-TUHATPOPTOPOESH30IIY, COmepIKa-
HHe KOTOPOTO B PAcTBOpPe KOHTPOJIBHOTO OMIBITA CO-
crasisgeT npuMepHO 20 %.

Ha xpomarorpamme PCO (cm. puc. 2, 6) Bpems
VAEpPKABAHUA dpamuneruna COCTaBIAET
12,328 MuH, a Ha XpoMaTorpamMMe HCCIeTyeMOTO
pactBopa (cM. puc. 2, 8) — 12,352 mum.

W3 puc. 2 BUAHO, YTO PACTBOPUTEIN U PEAKTH-
BBI, HCIIOJIb3yEeMbIe /I MOJTOTOBKU IMPOOBI, HE HC-
KaXXaloT pe3yiabTaT XpoMaTorpaHupoBaHUA B HH-
TepBaye £, ot 6,0 1o 20,0 MUH; 3HAUYEHUST BpPeMeHU
yaep:xuBauusa gpamureruna cyirbdpara PCO u uc-
CJIeyeMOTO PAacTBOpA IPU XPOMATOrPa(PUPOBAHUY B
BBIOPAHHBIX YCAOBHUSAX OMMHAKOBBI M COCTABIIIOT
12,3 Mun (mwromamgu mumroB — 1807609 m
1792 856 MB - MuH cOOTBETCTBEHHO).

JTO yKasbIBaeT HA TO, YTO YCJIOBHUSA OIpeEee-
HUS (PPaMHUIETUHA CyIb(aTa cneyu@uiHbl.

Jlunetinocms. AHanM3UpOBAIHU PACTBOPHI IIpe-
rmapara ¢ KOHIJeHTpalyel AeUCTBYIOIIEeTr0 BeIllecTBa
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Puc. 2. XpomarorpaMMbl pacTBOpa KOHTPOJBHOTO OIIBITA
(a), PCO (6) u uccnexyemoro pacreopa (DpaMHIIETHHA CYJIb-

dara (8)

Fig. 2. Chromatograms of the blank solution (a), CRS (b)
and analyzed solution of framycetin sulfate (c)

ot 80 mo 120 %: 80, 90, 100, 110, 120 % (1o 2 pac-
TBOpa OIWHAKOBOU KOHI[EHTpalwu). PesyabraThl
aHa/IM3a IpUBeaeHbl B Ta0u. 1.

Ilo mmosry4eHHBIM JAHHBIM CTPOUIIHN 3aBUCHUMOCTD
ILUTOIIAAX ITUKOB OT KOHIIEHTPAIIMH (PpaMUIleTHHA

Ta6auma 1. Ilnomanu xpomarorpaduueckux MUKOB ¢pa-
MUIIETHHA CyIbgara i PACTBOPOB PA3HON KOHIIEHTPAIIUN

Table 1. Peak areas of the chromatogram obtained at diffe-
rent concentrations of framycetin sulfate

Hovep (o commommpumnn,  mia
pacrsopa uu, % mr/mi (x) MB - muH (y)

1 80 4,03 1449012

2 80 4,01 1436421

3 90 4,52 1641002

4 90 4,51 1622530

5 100 5,01 1802914

6 100 5,00 1792 856

7 110 5,50 1989072

8 110 5,52 2000836

9 120 6,00 2161075
10 120 6,02 2190531
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(pamuneruna cynbdara (KpuTEepUNl OLEHKN JIUHEHHOCTH —
Koa(purmenT Koppenasamnuu >0,99)

Fig. 3. Dependence of the peak area on the concentration
of framycetin sulfate (linearity assessment criteria: correla-
tion coefficient >0.99)

cyabdara B pacrBope (pwc. 3):

34889 (R?% = 0,9991).
Cxodumocmsb. Jlna wmcciemoBaHus TOTOBHIH 6

pacTBOpOB Ipemnapara, cogeps:xamux 100 % petict-

y = 367 820x —

BYIOIIIETO BellecTBa. AHAIN3 KAKIOM IIPOOBI IIPOBO-
IWIN B PasHble AHU JBa AHAJUTHKA C HCIIOIH30Ba-
HHEM Pa3HOU MepHOU mocy/bl (Tabi. 2).

Pesynbrarer craructryeckoi o6paboTKM MOITY-
YEHHBIX [AHHbBIX IPUBEIEHBI B TA0I. 3.

Kpurepun omeHKH CXOTUMOCTH ¥ IPOMEKYTOY-
HOHM IIPEIU3MOHHOCTH: KOI(PpHUIMeHT BapHaluu
<1,6 % (n>6), nosepurenbubiii uutepsan F(5 %,
5,5) <5,05, t(5 %, 10) < 2,228.

IIpasuavrocms. AHAIU3UPOBAIH PACTBOPHI C
KOHIIeHTpanuen (ppamurnerrua cyiabgara or 80 mo
120 %: 80, 90, 100, 110, 120 % (1o 3 pacTrBOpa oxu-
HAKOBOM KOHIIEHTpAaIuu). PesynbTarbl aHalIusa
MpuBeeHbI B TA0II. 4.

Pesynbprarsl craTucTHYeCcKOr 00pabOTKH ITOJIY-
YEeHHBIX JaHHBIX (%):

cpennee sHavenue — 100,14; craHmapTHOE OT-
knonenne — 0,67; KosppUIMEHT BapHalluum —
0,67; TpaHUIIBI AOBEPUTEIBHOTO HHTepBama (P =
95 %) — 99,77 u 100,5 %.

Kpurepun orenku mpaBuabHOCTH: KO3 HUIiu-
ent Bapuanuu <2,0 %, GpaKkTop OTKINKA — CperHee
snauenwne ot 97,5 no 102,5 %.

Ta6auma 2. Pesynbprars ananmusa pacreopa (paMuIeTuHa cyiabgara, MoydeHHbIe JByM AHATUTHKAMEA

Table 2. The results of analysis of framycetin sulfate solutions obtained by chemists 1 and 2

bop [ dpmmerana - Onpererennos coreprane X-%, XX
1po6bI
1* P 1 2 1 2 1 2
1 1802914 1783571 5,00 4,94 -0,01504  -0,03504 0,00023 0,00123
2 1792 856 1860091 4,97 5,16 -0,04294 0,17708 0,00184 0,03136
3 1791271 1714473 4,97 4,75 -0,04733  -0,22657 0,00224 0,05134
4 1762654 1799 964 4,89 4,99 -0,12670 0,01041 0,01605 0,00011
5 1890257 1744 258 5,24 4,84 0,22721  -0,14401 0,05162 0,02074
6 1810066 1874904 5,02 5,20 0,00480 0,21814 0,00002 0,04758
X 5,02 4,98
* Macca HaBecku (pavunernHa cyiabpara — 50,21 mr, mromans mnura it PCO  dpamunerwna cyabgara —

1807609 MB - Mmum.

** Macca maBecku — 50,04 mr, mromans nuka — 1 802 507 MB - MuH.

Ta6auna 3. CraTucrrieckre XapakKTepHUCTHKHU Pe3yIbTaToB OIpeeeHnus (hpaMulleTHHA CyIbdaTa JByMa aHATUTHKAMHI

Table 3. Statistical characteristics of the results of framycetin sulfate determination by chemists 1 and 2 (calculation results
obtained after statistical data processing of the convergence parameter)

Xapaxrepucruka, %

PesynbraTe! ananmutuka 1 Pesynbrarer anamutuka 2

Haumensiee suauenne, Mr/mi

HawuGonbiiee 3Ha4eHUE, MT/MIT

Cpennee sHaueHue

CranmapTHOe OTKIIOHEHHE

Koaddunuenr sapuarium

Hmxuaa rpanuna qoseputensHoro uaTepBana (P = 95 %)
Bepxuasa rpanuna nqosepurenbHoro uaTepBana (P = 95 %)

tp(5 %, 10) 2,228
F( %, 5,5) 5,05

4,89 4,75
5,24 5,20
5,02 4,98
0,02 0,02
0,41 0,44
99,88 99,58
100,74 99,58

0,214

1,18
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3axjaroueHue

Takum ob6pasom, paspaboTaHHasg MeTOZUKA

ompenenenus (PpaMHUIleTHHA Cyabara MeTOmOM

BOHX-Y® B mpenapare

«Ppamumerc» (Karrm

IJIadHble U ymeIe) BamuaupoBaHa B COOTBETCTBHUHU

C

TpeboBanusivMu EBponeiickoit dapmaromnen (EP)

u Bpuranckoit dapmaronen (BP). Ilo pesymbra-
TaM BHYTPHJIA60PATOPHOrO SKCIEPUMEHTA ObLIO
YCTAHOBJIEHO, YTO METPOJIOTHYECKHE XapPAKTEPHUC-

THUKX METOOUKH

(crierupuIHOCTD, CXOMMMOCTb,

JIMHEHHOCTD, IPABUJIHHOCTh ¥ BHYyTpPHIabopaTopHasi
MPEIU3UOHHOCTh) HE XYK€ BaTHUIAIIMOHHBIX KpPH-
TepUeB.
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