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The present work analyses the state and development prospects of metrological support and standardization of in
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of the State Primary Measurement Standard GET 168-2015 and developed multiparameter reference materials are
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Wcnonb3yembie COKpaLieHus:

3T 168-2015-TocynapcTBEHHbIA NEPBUYHbIA 3TaN0H eANHUL,
NOBEPXHOCTHOM MIOTHOCTI U MACCOBOIA 10/ 3/IEMEHTOB B MO-
KpbITusax 3T 168-2015

MM - noBepXHOCTHAsA NIOTHOCTb MOKPbITUA

CO—cTaHaapTHbIA 06pasel

P®A - peHTreHo(1yopEeCLEHTHbIR METO/ aHanm3a

9C —aTanoH cpaBHeHUs

BBepgeHue

B nocnefHee gecatunete HameTunach 1 pa3BnBaeTCs
TEHEHLNS CO3AaHNS YHUBEPCANbHbIX CPEACTB U3MEpPEHNi
napamMeTpoB MOKPLITUA, OCHOBAHHbIX HA PEHTreHOMNYO0-
PECLEHTHOM METOAE, NO3BONALWMNX BbINONHATH N3Me-
PEHUS HEe TONbKO OAHOCNOMHBIX U OJHOKOMMOHEHTHbIX,
HO 1 MHOTOCJTOMHBIX U MHOTOKOMMOHEHTHbIX NOKPLITUA,
N3MePAIOLLMX 0LHOBPEMEHHO TOJILLMHY N NOBEPXHOCTHYHO
nnotHocTb (MMT), a TakXKe XMMUYECKNIA COCTaB MOKPbITUA [1].

[ToaTBepXAEHWEM 3TOr0 (hakTa ABASETCA Hanuyne
6onee 10 TMNOB, NPOLEALWNX UCMbITAHUA U BHECEHHbIX
B PefepasnbHblii MHPOPMALMOHHBIA POHA N0 06ecneye-
HWIO eAMHCTBA U3MEPEHUNA PEHTreHOMITYOPECLEHTHbIX
aHanu3aTopoB 1 TONLLMHOMEPOB NOKPbITUIA, KOTOPbIE OT-
NNYAKTCS WNPOKMMN N3MEPUTENTbHBIMIA BO3SMOXXHOCTSA-
MW, B TOM YNCIE BOSMOXHOCTbIO U3MEPEHUS XUMUYECKOro
COCTaBa MHOrOKOMIOHEHTHbIX 1 MHOTOCNOMHBIX (40 24
CI10€B) MOKPbLITUA, U3MEPEHUS NOBEPXHOCTHOW NOT-
HocTn 0T 0,1 o 500 r/m? 1 TonWMHbI NOKPbITUIA 0T 0,01
00 50 MKM, xumunyeckoro coctasa ot 1 4o 100 %.

m «CTaHgapTHble o6pasub» T.14. N°3-4, 2018

Abbreviations used in the article:

GET 168-2015 - State Primary Measurement Standard for units
of surface density and mass fraction of elements in coatings
GET 168-2015

SCD - surface coating density

RM -reference material

XRF - X-ray fluorescence

TS —transfer standard

OAHOBPEMEHHO C 39TUM MONYYMI0 Pa3BUTUE METPO-
norunyeckoe o6ecneyeHne B LaHHOM BUAE U3MEPEHUIA
1 Npexje BCero co3fjaHue 3TanoHHbIX CPeACTB U3Mepe-
HUIA, BKJTI0Yas FOCYLAPCTBEHHbIA NepBNYHbIA 3TanoH 3T
168-2015 [2], CO T, TONLMHBI 1 XUMWYECKOTO COCTaBA
[BYXKOMMOHEHTHbIX NOKPbLITUA [3, 4]. 3TO CBMIETENbCTBY-
€T 0 HeOOXOAUMOCTM KOMMNJIEKCHOr0 PeLLeHmns npobnembi
o6ecneyeHuns eSUHCTBA U3MEPEHMNIT NapamMeTpoB MOKPbI-
TWIA C Y4ETOM aKTYasibHOCTW 3TOr0 BUAA U3MEPEHUI NpU
paspaboTke M BHEAPEHUU COBPEMEHHbIX TEXHOMOrUN
CO3/1aHNA B MEPBYI0 04epefib CneumnanbHbiX (B 4aCTHOCTH,
KOMMO3WLMOHHBIX M HAHOCTPYKTYPUPOBAHHbBIX NOKPbLITUI)
1 HEOOXOANMOCTU U3MEPEHNIA N KOHTPONA NapaMeTpos
TaKUX MOKPLITURA.

0630p nuTepartypbl

Cnenyet OTMETUTb, 4TO PEHTIEHOTYOPECLEHTHOMY
MeToay aHanusa (P®A), umeroLemy onpeLeneHHble npe-
MMYyLLEeCTBA Nepes APYrumu MeTogamu npexge BCero
MOTOMY, 4TO OH ABNAETCA HepaspyLwatLWmnm, yaenseTcs



MHOTO BHUMAHMWS B Hay4HOW nutepatype. B paboTe [5]
[aH npefcTaBUTeNbHbIA 0630p paboT, CBA3AHHbLIX C UC-
nonb3oBaHnem P®A, B 0OCHOBHOM A1 NPOBeAeHNS
KONMYECTBEHHOT0 XMMMNYECKOT0 aHann3a pasnuyHbix
TBEPAOTENbHbIX NAEHOK U NOKPbITUA. OCOObLIN MHTEPEC
npeacTaBnAT paboThl, BKIOYAKOLME LMK UCCNefo-
BaHWM N0 N3rOTOBNEHUIO, IKCTIEPUMEHTANbHbLIM U TEO-
PETUYECKUM MCCNEL0BAHUAM CUCTEM B BULE JBYXKOM-
noHeHTHbIXGO-Ni/Cr [6] 1 OBYXCNOMHBIX NAEHOK [7].
Hanpumep, B [7] npuBejeHbl pe3ynbTathl UCCEA0BA-
HWIA OBYXCIIOMHbIX NJIEHOK HA nonmkope (6ecnopucras
npo3payHas Kepamuka), nony4eHHbIX MOHHO-NNA3MeH-
HbIM METOJOM HambIIEHN B BaKyyMe, BEPXHUIA CNOWi
KOTOPbIX — TPEXKOMMOHEHTHbIN (Fe—Ni—Mo), TonwnHoi
0T 300 10 430 HM, HMXKHUA — OJHOKOMNOHEHTHbIA (Cr),
TONWMHON 0T 27 [0 50 HM.

HopmaTtnsHoe o6ecneyeHne B 3TOM BULE U3MEPEHUIA
NnpeAcTaBfieHO HauMoHanbHbIMKU [8, 9] 1 3apy6eXxHbiMK
cTaHgaptamu [10-12].

[ocynapcTBeHHas NoBepOYHas Cxema Afis CpefCcTB 13-
MepEeHU MOBEPXHOCTHON NIOTHOCTU MOKPbLITUIA, perna-
MEHTUPOBAHHAA HALMOHAaMNbHbIM CTaHLapToM [8], B Ha-
CTOALLEee BPEMS NepecMOTPEHA C Y4eTOM HOBbIX METPO-
normyeckux xapaktepuctink 9T 168-2015 n B3ameH [8]
yTBEpXKAeHa «[ocyaapcTBeHHAs NOBEPOYHAsA cxema Ans
CPeACTB M3MePEeHUA NOBEPXHOCTHOM NNOTHOCTM N MACCO-
BOW 0NN 9N1EMEHTOB B NOKPbLITUAX>» (NpKKa3 PoccTaHaapTa
ot 28.09.2018 Ne 2089), KoTOpas BBOAMTCA B AENCTBUE
¢ 01.01.2019. B paHHO NOBEPOYHOM CXemMe NpeaycMOoTpe-
HO 2 BETBU nepefayn efuHUL;: OAHA BETBb («60Jiee ToY-
Has») ANg O4HOKOMMNOHEHTHbIX 1 MHOTOKOMIOHEHTHbIX
O[HOCJIOMHbIX NOKPbLITWIA, Apyras («<MeHee TOYHasA») 4ns
MHOTOCJIONHbIX MOKPLITWIA.

Knaccudmkauuio, nopsagok npumeHeHuns n ogopmne-
HUA LOKYMEHTOB Ha CPeACTBa NMOBEPKN TONLLMHOMEPOB
MOKPbITWIA B BUAE Mep TonwmHbl 1 GO MM nokpbITUiA ycTa-
HaBJIMBAET HALMOHANbHbIN cTaHaapT [9].

MeXxayHapoAHble CTaHAapThl YCTaHABNUBAKOT Tpe6o-
BaHWA K N3MEPUTESIbHbIM BO3MOXHOCTAM METOLA, BKIIO-
Yas AnanasoH uamepeHuii [10], TEPMUHONOI MO, OCHOBHbIE
NPUHLNMBI U3MEPEHUS, KANUOPOBKU 1 OLEHKN Pe3ybTaToB
N3MepeHnii peHTreHoyopecLeHTHbIM MeTogom [11, 12].

Marepuanbi nu MeToAbl

B 2016-2018 rr. ®r'yn «YHUM» nposen nccneposa-
HUS 4BYX TMNoB CO NOBEPXHOCTHOM NAOTHOCTY, TOMLLMHBI
11 MacCOBOW [I0/TM 37IEMEHTOB B MOKPbITUN C NPUMEHEHUEM
rOCYAapCTBEHHOMO MEPBUYHOr0 3TaN0OHA eAUHML, NOBEPX-
HOCTHOW NJIOTHOCTW U MaCCOBOM O/ 3JIEMEHTOB B NO-
KpbITnax MN3AT 168-2015:

OPUTMHAJIBHBIE CTATBbW / STanoHbl .

—CO ¢ noKpbITUEM CNNABOM XKeJle30-HUKEeb Ha KpeMm-
Huu (yTBepxaeH FCO 10880-2017);

— GOcC noKpbITEM CMNABOM XXeNe30-HUKeNb-KobanbT
Ha KDEMHUM (HA YTBEPXKAEHNUN).

OcHoBaHueaHHbIX CO N3roToBNEHO N3 MOHOKPUCTAN-
NNYECKOro KPEMHUSA B BUAE NNACTUHbI AnameTpom (60+0,5)
MM 1 TonwmHon (0,3+0,1) Mmm. Ha cneuuanbHo NoAroTOBEH-
HY0 NNIACTUHY METOLOM BbICOKOYACTOTHOMO WOHHO-NNa3-
MEHHOr0 MarHeTPOHHOI0 PACMbIIEHNS HAHECEHO NMOKPbITUE
CMJIAaBOM HUKENb-)Kene3o (Mnu XKene3o-HNKenb-Koobanbr)
C npumeHeHuem yctaHoskn Orion-8 (coupma AGA, CLUA)
Ha Kaepe MarHeTuama U MarHUTHbIX HaHOMaTepuanos
WHcTuTyTa ectecTBeHHbIX Hayk GTAQY BIO «Yp®Y um. nep-
Boro lNpeaugeHta Poccun b. H. Enbuunax (r. Ekatepunbypr).

N3mepeHns NoBEPXHOCTHON NMAOTHOCTU, TOSLLUHBI
1 MacCOBON A0NK Xene3a u HUKens B nokpbiTum ICO
10880-2017 npoBoaunock No pa3paboTaHHON METOLMKE
MB-07-I3T-168-2015 [13], oueHKa HeonpeaeneHHOCTH
nposogunace no MPH-10-I3T-168-2015 [14], pac4eT no-
rpelHocTyn nposeseH no PMI 53-2002 [15].

Mo TexHoNOrnm, COOTBETCTBYIOLEN TEXHONOMNMN U3-
rotosreHus CO, 6binN U3roTOBNEHbI 3TaNIOHbI CPaBHE-
HUA (3C) C NOKPBLITMEM CNNABOM XEne3o-HUKenb (XKerne-
30-HNKeNb-K06anbT) Ha kpeMHui. Bes nnowaas 3C 6bina
n3mepeHa Ha 6510ke Ne 5 3T 168-2015 ans nonyyeHus nH-
TerpasibHbiX 3Ha4eHUN MHTEHCUBHOCTU B KaHaNax xesesa
W HUKens (Kenesa, HUKens 1 kobansta).

NHTerpansHoe 3HadveHue MM 3C onpeaeneHo rpasu-
METPUYECKUM METOLOM C MCMOJSIb30BAHNEM KOMMapaTopa
maccel CCE66 «Sartorius» (fepmaHus) n MHCTPYMEHTaSlb-
Horo mukpockona MML-50x150 (Hosocubupckuin npu-
6opocTpouTeSNibHbIA 3aBog, Poccus). [ocne 3aBeplueHus
n3mepeHuii Ha 3T 168-2015 npoBefieHbl UI3MEPEHUs XUMU-
4eCKOro c0CTaBa NOKPbITUA 3TaNOHOB CPABHEHUS HA rOCY-
[apCTBEHHOM BTOPUYHOM 3TaNIOHE eAUHIL, MAcCOBO JONN
1 MacCOBOM (MONAPHOMN) KOHLEHTPALWUM METANOB B XNUA-
Knx 11 TBEpAbIX BellecTBax u matepuanax B3T 196-1-2012,
OCHOBAHHOM Ha METO[e aTOMHO-3MUCCUOHHON CNEKTPOMe-
Tpum, no metoanke MBBB-IB3T 196-1-2012 [16].

YpaBHeHME N3MEPEeHUn MaccoBON A0NN 31EMEHTOB
B MOKpbITMK CO onuceiBaeTcs opMynoi:

B
&=, )
> B

rae S, —koahUUMEHT 4yBCTBUTENLHOCTN ANA j XUMU-
4eCKOro 3/1eMeHTa NOKPbITUA, ONPeeneHHblid No pe-
3ynbTatam U3MepeHuii MacCoBOM [0NN 3N1EMEHTOB B MO-
KPbITUW 3TaJIOHOB CPaBHEHUS C UCMONb30BaHMeM MBIT
196-1-2012,%/(nmn-c™);
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[j—I/IHTeHCI/IBHOCTb B KaHase j- XMMU4ecKoro anemeHTa
npu nameperumn CO, nmn-c-1.

YpaBHeHNe N3MepeHuin NoBepXHOCTHON NIOTHOCTU NO-
kpbiTuii GO onucbiBaeTcs hopMynoii:

2?:151'11'

p=plts, @

z f:le

rae p—WHTerpansHoe 3HadqeHune MM nokpbiTus 3G, paccun-
TaHHOE N0 pesynbTaTam U3MEPeHUA rpaBUMETPUYECKUM
MEeTO[IO0M, /M2,

3HayeHue TonwmHbl nokpbiTa CO B HAaHOMETpax pac-
CYUTBLIBANOCH N0 OPMYIIeE:

h=Le10 3)
y
rAe y—3Ha4YeHune Ni0THOCTN MaTepnana nokpbitus no FOCT
9.302-88 [17], r/m®.

[fpoBeaeHa OLEHKA 0AHOPOAHOCTU noKpbiTMa [CO
10880-2017 no maccoBOW J0ne 3/IEMEHTOB W TOMLLMHE
nokpbiTus no FOCT 8.531-2002 [18], pe3ynbTathbl OLEHKM
OAHOPOJHOCTYU Y4TEHbl B 3HAYEHMAX NOTPELUHOCTI U Heo-
NpefeeHHOCTI aTTeCTOBaHHbIX 3HaveHuii CO.

Pe3ynbraTbl uIcCnegoBaHUA

AtTecToBaHHble xapakTepuctukn GO 10880-2017
npuBefeHsl B Ta6n. 1.

Kak BUAHO 13 Tab6/. 1, XapakTepuCcTUKKM NOTPELIHOCTH
W pacwmpeHHon HeonpedeneHHoctn CO ymeHbLIalOTCS
B 2-3 pasa c ysennyenmem MM 1 TOAWMWHBI NOKPbITUSA
11 3TO CBA3AHO B MEPBYH 04epesb C YBENNYEHUEM TOHHOCTU
N3MEPEHUA MacChbl NOKPbLITUS NPW UCMONb30BAHNY Tpa-
BUMETpPUYecKoro metoga npu namepeHun 3C. Mo 3toil xe
NPUYUHE YBEIMYNBAETCA TOYHOCTb ATTECTOBAHHbIX 3HAYe-
HWIA MACCOBOW A0SIN 3N1IEMEHTOB B MOKPLITUM (0CO6EHHO
B CJly4ae Xernesa).

Mony4yeHHble Mpu UcnbITaHUAX xapaktepuctukn CO
NOBEPXHOCTHO NNOTHOCTM, TOMLMHBI U MAaCCOBON LONK
3/1eMEHTOB B NOKPLITUN CMIABOM Xe/1e30-HUKeb-KobanbT
Ha KPEMHUW NpuBeLeHbl B Tab. 2.

Kak BULHO 13 Tabn. 2, N3MeHeHUe XapakTepucTunk
TOYHOCTU C yBenuyeHnem [T 1 TONLWMHbI MOKPbITUS aHa-
noruyHoe, nony4yeHHoiMm ang CO ¢ LBYXKOMNOHEHTHbIM
NOKpbITUEM. 3aMETHOE YBeNu4YeHue B 2—-3 pasa no oT-
HOLUEHMIO K XXenedy HabnofaeTcs 4ng LOBEPUTENbHbIX
rPaHnL, OTHOCUTESIbHOM NOTPELLHOCTY U, COOTBETCTBEHHO,
pacLUMpPeHHON HeonpeaeneHHOCTY NS MacCcoBOM 40NN KO-

Ta6nuya 1. ATTecToBaHHble xapaktepuctukn FCO 10880-2017 CtaHpapTHbIil 06paseL, ¢ MOKPbITUEM

CNnaBoOM XXeJe30-HNKeJ1b Ha KpEMHUN

Table 1. Gertified characteristics of GSO 10880-2017 (CRM having an iron-nickel based coating applied on

silicon base)
NloBeputenbHble OTHocuTenbHas
HaumeHoBanue
Wugekc CO o ATtTecToBaHHOE rpaHuLbl OTHOCUTENb- pacluMpeHHas
aTTEeCTOBaHHOM "
B KOMNJIEKTEe XapaKkTepHcTHKN 3Ha4yeHue HOW NOrpeLIHOCTU NPU HeonpeaeneHHoCTb
p P=0,95% npu k=2, %
1 0,823 2,4 2,2
9 HOBerHOCTHaZFI MAOTHOCTb 3.372 0.9 10
MOKPbLITUS, /M
3 8,575 0,8 0,8
1 93,8 2,4 2,2
2 TonuwmHa nokpsbITUS, HM 384,5 0,9 1,0
3 9778 0,8 0,8
1 12,47 4,6 4,6
2 MaccoBas gons xenesa, % 11,79 1,7 1,8
3 11,76 1,9 1,9
1 88,30 09 0,9
2 MaccoBas gons Hukens, % 88,13 0,3 0,3
3 87,95 0,4 0,4
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Ta6nuua 2. Peaynbratbl UcnbiTaHW CO ¢ MOKPLITUEM XKeNe30-HIUKeNb-K00asbT Ha KPEMHUN
Table 2. Test results of the CRM having an iron-nickel-cobalt based coating applied on silicon base

HaumeHoBaKMe LloBeputenbHble OTHocuTenbHas
Nupeke CO ATTECTOBAHHON ATTECTOBaHHOE rPaHuLbl OTHOCUTENb- pacluMpeHHas
B KOMNJIEKTE XaDaKTEDMCTHKM 3Ha4eHue HOW NOrPEeLIHOCTH NpK HeonpefeNeHHOCTb
paktep P=0,95, % npu k=2, %

1 0,730 1,4 1,5
9 [ToBEpPXHOCTHAA NNOTHOCTb 284 0.9 10

MOKPbITUS, I/M?
3 8,25 09 0,9
1 83,2 1,5 1,6
2 TonuwmHa noKpsLITUS, HM 323 0,9 1,0
3 941 0,8 0,9
1 11,78 2,4 2,9
2 MaccoBasi gons xenesa, % 13,92 1,9 2,0
3 11,64 1,9 1,9
1 87,00 0,3 0,3
2 MaccoBas gons Hukens, % 84,18 0,3 0,3
3 87,09 0,4 0,4
1 0,86 6,0 6,0

MaccoBas gons kobanbra, % 1,02 5,0 5,0
3 1,00 6,0 6,0

6anbTa, 3T0 06bACHAETCA Masiol KOHLEHTpaUUen AaHHoro HOCTU, @ TaKXXe M3BECTHON cTabunbHocTu CO —aHanora
3N1ieMeHTa B MOKPbITUN.

CO 9936-2011 [4] —ycTaHOBNEHa NEPUOANYHOCTb KOH-
Tpons meTponorunyeckux xapaktepuctuk FCO 10880-2017-1

3aknioyeHue pa3 B2 roga.
B uenom nony4eHHble 3Ha4eHUA XapakTePUCTUK TOY-
HOCTW ans uccnenoBaHHbiXx GO COOTBETCTBYIOT YKa3aH- Bknag coaBTOpOB
HbIM B «[0CY[apCTBEHHOI NOBEPOYHON CXEME LNACPEACTB A.C. BacunbeB npoBes 3KCMEePUMEHTaNbHbIE MC-

M3MepEeHNii NOBEPXHOCTHOIA MNOTHOCTY U MAacCOBOI 0N CNef0BaHUS W MOATOTOBUN MaTepuanbl Ans CTaTbM,

3M1EMEHTOB B MOKPLITUAX» KaK AN NOBEPXHOCTHOM nnoT-  B.B. KasaHues caenan 0630p nutepaTypbl, 0606LWun pe-

HOCTW, TaK 1 MaCCOBbIX AONEMKENe3a, HUKeNs U kobanbTa  3yNnbTaTbl MCCNEA0BAHUS 1 MOATOTOBMUI 3aKJTHO4EHME.

B MOKPbITUSX HA KPEMHUM.
C y4eTOM BbICOKNX aHTUKOPPO3UIAHbIX CBOMCTB cna- Bce aBTOpbI MpoYnTany n 0fo6pun

Ba HUKENb-)XXE/e30, ero BbICOKO MEXaHUYECKON MpoY- OKOHYaTe IbHbIi BaAPUAHT PYKOMUCH.
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