Obuwue sorpockl Memporio2uu U usMepumeribHoU MexHUKU

napamMeTpoB CTaTUCTUYECKON MOLENU, U3 KOTOPOW U3BrekaeT-
cs1 B3avMo3ameHsieMasi Bblbopka. MTak, maTtemaTtuyeckuin noa-
xon TpebyeT BBeaeHus 6ariecoBCKOro noaxoda, BK4vas npu-
MeHeHue TeopeMbl baneca, HO He MOXEeT MOMOYb NPU yCTaHOB-
neHVn afekBaTHbIX pacnpeneneHuii BepOsiTHOCTEN Ans 3TUX
napameTpos.
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lMpedcmasneHsi pe3ynbmamsi paspabomku cmaHOapmHbIx obpa3yos CIAM-20 u CIMAM-100 npocmpaHcmeeHHbIX
XapakmepucmuK HaHOCMPYKMyp Ha OCHO8e MepuodUYecKUX MHO20COUHbIX Mokpbimuti Al,O4 /TiO,, npedHasHayeHHbIX
01l KOHMPOJIST MOYHOCMU U3MepeHuUl U ammecmayuu MemoOUK 8bIrMOIHEHUS] U3MepeHUl, OCHO8aHHbIX Ha Memode
peHmeaeHosckol pechriekmomempuu. PaccMompeHbl Memporio2udyeckue XxapakmepucmuKu yKka3aHHbIX cmaHOapmHbIX

obpa3uyos.

Knroyeenie cnoea: cmaHdapme/e 06p63ubl npocmpaHCmMeeHHbIX XapakmepucmuK, peHmeeHoscKas pecbneKmo-

Mempus, MHO20C/OUHbIE MIEHKU, MemoO amoMHO-C/I0€8020 OCaXOEHUS.

The results of development of certified reference materials of nanostructures spatial characteristics based on multilayer
periodic Al,O,/TiO, coatings intended for X-Ray reflectometry measuring techniques accuracy control and measurement
procedures certification are presented. The metrological characteristics of developed certified reference materials are

considered.

Key words: certified reference materials of spatial characteristics, X-Ray reflectometry, multilayer films, ALD.

B HacTtosilee BpemMs B Poccuu paclumpsieTcst pov3BoACTBO
HaHopa3MepHbIX PYHKLMOHANbHbLIX MOKPbLITUA (TEPMO3aLLUTHBIX,
pafmo- U CBETOOTPaXaoLLMX, CBEPXMPOYHBIX U Ap.), @ Takke re-
TEPOCTPYKTYp AN cBeTomsnyyartenen nu oTonpmemMHUKOB BO-
FIOKOHHO-OMTUYECKUX NNHUIN CBA3U [1]. PYHKUMOHAMbHBIE MOKPbI-
TMS OObIMHO NPEACTaBMAT OAHOCIOWHBIE UM MHOTOCIIONHbIE
NAEHKN HAHOMETPOBOW TOSLLUMHBI HA MOBEPXHOCTAX U3AENUNA.

[MpocTpaHCTBEHHbIE U (PYHKUMOHANbHbIE XapaKTEPUCTUKN
MHOTOCIIOMHbIX HaHOpa3MepHbIX MOKPbLITUIA ONpeaensoLwum
06pa3oM BNUSIIOT Ha 3KCNIlyaTaluMoOHHble MapamMeTpbl W3aenui
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HaHoTexHonornin. MeTponornyeckoe obecneyeHne M3mepeHui
3TUX XapaKTEepUCTUK ABNSETCS aKTyarnbHON 3ajavel Ans passu-
TUS1 HAHOTEXHOJOTUIA C TOYKN 3PEHUSI KOHTPOSS U MOBbILLEHNS
KayecTBa NpoayKumMM HaHoMHAYyCTpun. B Hero Bxoaut paspaboT-
Ka MeToauK BbINOMNHeHMs namepeHuii (MBU) n ctaHgapTHbIX
o6pasuos (CO) gnsa aTtTectaumn 3TUX METOAMK U KOHTPONS TOY-
HOCTU U3MEPEHWIA.

B kayectBe MeTOAOB WccneaoBaHUsi TOHKOMNEHOYHbIX Ha-
HOpa3MepHbIX MOKPbLITUA LUMPOKO MPUMEHSIIOT ONTUYEcKMe u
PEHTreHOBCKME MEeTOAbl, TakMe Kak peHTreHoBcKasi U onTu4ec-
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kas pednektomeTpusa u annuncomeTtpus [2, 3]. OcobeHHoCcTH
[aHHbIX METOAOB — BO3MOXHOCTb MOflydaTb MHopmaLumio o
TONWUHE N MaTepuane CTPYKTyp, LUEPOXOBATOCTAX U Nepexoa-
HbIX CMOSAX Ha rpaHuuax nneHok. OgHako UHTepnpeTaums aKc-
nepyMeHTarnbHbIX Pe3ynbTaToB SIBMSETCS CMNOXHbIM U 3a4acTyo
HEOAHO3HAa4YHbIM NpoLeccom, Tpebylowmm 3a4aHnsa MoLenu
CTPYKTYP, MakcumarnbHO GrM3kon no CBOMCTBAM K pearnbHOMY
o6bekTy [4]. OAng atTectaumm n KoHTponst TouHocTn MBW, ocHo-
BaHHbIX Ha MeTodax pedneKTOMETPUM U 3NMUNCOMETPUM, He-
o6xoanmbl 06pasLbl C M3BECTHON CTPYKTYPOW U aTTECTOBAHHbI-
MW XapakTepucTUKamy TOMLWMHbI CroeB. [ns ncnonb3oBaHus B
kadyectBe CO ans faHHbIX METOAMK OHU OOMKHbI MMETb OMTU-
MarbHble pa3mepbl, CTPYKTYpY, Matepurarsbl 1 TOMLLMHY CrOEB.

B HacToswen pabote paccmotpeHbl CO NpoCTpaHCTBEHHbIX
XapakTepucTuK Ha ocHoBe aMopdHbIX nokpbiTui (CMAM), koTo-
pble MPeACTaBnAT NepUOaNYECKY0 CTPYKTYPY YepeayoLmxcs
cnoes Al,Oz 1 TiO,, nony4eHHyo Npu NoMoLy MeToda aToMHo-
cnoesoro ocaxaeHuns (ACO) Ha noanoxke KpemHusi. ATtectye-
MbIMK  xapaktepucTtukamu CIAM aBRsiOTCS: TOMLWMHA CroeB
OKCUJOB antoMVHNUSA U TUTaHa B MOKPbITUW; MEXCIIOEBOW NEPUOL,
NoBTOPEeHKS; obLyasi TOMNWMHA MHOFOCMOWHOW CTPYKTYpbI.

PaspaboTtaHbl gea tuna CO: CINAM-20, cogepxaluin 6 no-
BTopstowmxcs rpynn cnoes Al,O, n TiO, TonwmHon 10 HM Kak-
Obin, obwen TonwmHor 120 Hm; CIMAM-100, cogepxalymin 2 rpyn-
nel cnoes Al,O; (90 HM) u TiO, (10 HM), o6Len TOMWMUHOM
200 HM. Ha puc. 1 npepcTtaBneHbl cxembl NOMepeYyHoro cpesa
maTtepumanos a1ux CO.

Bbibop maTeprana n MeToa HaHeCeHns 4aeT BbICOKYH BOC-
NPON3BOANMOCTb M OOAHOPOAHOCTbL NiieHoK [5—9]. Pasnuyusa B
ONTUYECKUX MITOTHOCTAX MaTepuanos A1203 un TiO, gocTaTouHbI
[ONS1 BbICOKOW YyBCTBUTENBLHOCTU K HUM METOA0B pednekTtomeT-
pvn 1 annuncomeTpuun. [JaHHble mMaTepuarnbl LWMPOKO UCMOSb-
3ylOT B MPOMBILLMEHHOCTM MO OTAEMBHOCTM UM B KOMOUHaUMK
[10—12], noatomy paspabotaHHble CO MakcMmanbHO 6rm3ku
no CBOWCTBaM K McCriegyembiM pearbHbiM OObekTam.

Cospanne CO c aTTecToBaHHbIMM  3HAYEHUSIMU TOJLLMHbI
CNoeB — akTyarnbHasi 3ajadya B mupe. B yacTtHocTu, pa3paboT-
ko nogobHeix CO saHumaeTcs NIST (CLUA). OgHuM 13 npoayk-
ToB NIST aBngetca SRM 2135c¢ «Ni/Cr Thin Film Depth Profile
Standard» [13]. NpeactaBneHHbI 0bpasel, — nepuoanyeckas
CTpykTypa u3 Yyepeaytowimxcs cnoes Ni u Cr (HoMuHaneHas Ton-
LWMHa ogHoro cnosi 55 HM, yncno cnoes 5+4), BbipallleHHas Me-
TOOOM BbICOKOYACTOTHOTO MarHeTPOHHOrO HanblfIeHUs Ha MNoA-
noxke Si. ATTecTyeMble xapakTepyCTUKU: TOMNLLMHA OOHOrO Cros,
Bblpa)XEHHas B e4uHMLAxX Macchbl Ha nnowaab (Ans ycTpaHeHus
HeonpeaeneHHoCTH, CBA3aHHON C HETOYHOCTbLIO OnpeaeneHns
NMOTHOCTW); MEXCIOEBON nepunop; obLias TonwyHa MOKpbITUS;
cpeaHui pa3bpoc No TONWUHE Mexay CrnosiMu. YcTaHaBnvMBakoT
aTTeCTOBaHHbIE 3HAYEHUS METOA0M aTOMHO-3MUCCUOHHOW CekK-
TPOCKOMUW C MHAYKTUBHO cBsA3aHHow nnasmown (MCIM-A3C), us-
Mepsia Bpems, Heobxoaumoe Ans yaaneHus MoHHonm 6ombGap-
OVPOBKON Kaxaoro crnosi oobekta. KannbpoBKy ckopocTen TpaB-
nexusa B MICI npoBoAsiT C UCNONb30BaHNEM KannbpOBOYHbIX
obpasuoBs, onpegensas M3MeHeHMe Maccbl 00bekTa 3a Bpems
TpaBneHus. OcHoBHOe Ha3HavyeHne SRM 2135¢ — anemeHT-
HbIl @aHanM3 C MOCMONHbLIM TPaBfeHVeM MeToAaMu PEeHTreHo-
BCKOW (POTOIMEKTPOHHOW CNEKTPOCKOMUN WM BTOPUYHO-MOH-
HON Macc-crnekTpomeTpumn. [JaHHbii obpasel, He NpUMeHUM Ans
KannubpoBKkM CPeacTB M3MEPEHWIN OMTUYECKUX METOAOB, Hampu-
Mep, AMIIMNCOMETPUN.
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Puc. 1. Cxema nonepeyHoro cpesa matepuana CO CINAM-20 (a)
n CrNAM-100 (6)

B kauyectBe CO pana annuncometpum NIST paspabotan
SRM 2530 [13] — nneHkun SiO, TonwmHoi 50, 100, 200 HM Ha
noanoxke Si (CyLLecTBYIOT eBponerickie aHanorm AaHHeix CO).
ATTectoBaHHbIMK xapaktepuctukamn CO SBRAIOTCA 3MnUMCO-
MeTpUYECKMEe NnapameTpbl i, A, U3 KOTOPbIX NPU MOMOLLM MOAe-
N NAEHOK paccyuTaHbl UHPOPMALIMOHHBIE 3HAYEHUS TOMLK-
Hbl 1 KO3(P(PULNEHTOB NPENOMIIEHUS MaTepuaros.

MonbiTkn co3gaHua CO ans pednektometpun B NIST He
NPUBENMN K NOMOXWUTENbHOMY pesynsTaTy us-3a Bbibopa B kave-
CTBe aTTecTaumm MeToaa, OCHOBAHHOIO Ha PEHTTEHOBCKOW ped-
nektometpun. Mo pesynbratam mMccrnefoBaHW BbISBIEHO, YTO
HEBO3MOXHO [JoKa3aTb NpeanoyYTUTENbHOCTL MCMONb30BaHKS
ANs aHanusa aKcrnepyMMeHTanbHbIX OaHHbIX MOAENW CTPYKTYpbI
C OBYMS YepeayoLLUMNCS CNOSMU MO CPABHEHMIO C MOAENbLIO C
NPOMEXYTOYHbIM nepexogHbiM crnoem [13]. YTobbl nckniovnTb
npobnemy onpegeneHns Hambonee KOPPEKTHOM moAenu Ans
aTTecTaumm paspabotaHHbix CIMAM BbibpaHbl MBW, ocHoBaH-
Hble Ha MeTofdax aTOMHO-CUIIOBOW MUKpockonuu, obecneynsa-
IOLLMX NMPOCNEXNBAEMOCTb U3MEPEHUIA K NEPBUYHOMY 3TarloHy
€OVHWLbI ONNHDI.

Mpoueaypa usroroenenus CO. B kauectBe NOANOXKN UC-
nonb3oBanu kpemHuesyto nnactuHy KOB 7-13 opuentaumm (111)
anameTtpom 100 mm. lNMepen HaHeceHWeM MHOrOCMOWHOrO Mo-
KPbITUSI YOANsNN eCTECTBEHHbIA OKCU C MOBEPXHOCTU KPEMHU-
eBol nnactuHbl 1 %-m pacTBOpPOM nnaBuMKOBOW kucroTel HF.
MHorocnoviHoe nokpbitne HaHocunm metogom ACO Ha ycTaHoB-
ke Picosun Sunale B eanMHoM uukne (6e3 BbIrpy3ku nrnacTvHbl B
wno3 unn atmocdepy). Ana HaHeceHns cnoes Al,O5 ncnons3o-
Baru TpumeTunaniomunnn Al(CH,), v soay (ana CMNAM-20 —
105 umknos, CMAM-100 — 918 uuknos); cnoes TiO, — TeTpas-
TokeututaH Ti(OC,H;), v Boay (ans CIMNAM-20 u CMAM-100 —
no 270 umknoB). TemnepaTypa nNoANOXKM B 0BOMX criydasx
coctansana 300 °C. [nsa 3alunTbl MHOFOCIMOMHOM MIIEHKN Ha
nocreyLmMx TEXHONIOTMYECKUX 3Tanax M BO BpeMsi 3Kcnnya-
Taumn CO Ha ee NOBEPXHOCTb HaHOCWUIU croit SiO, TONMHOM
400 HM MeToOM Mna3moxvMmmndeckoro ocaxaeHust (Plasmalab
System 100).

KpeMHueBylo nnacTuHy pasgensann Ha Yvnel  pasMepom
17x17 MM, oTBMpanu Te 13 HUX, KOTOPble OTCTOSNN OT LieHTpa
nnactvHel He 6onee 4yem Ha 40 MM (C KaXOoW NNAcTUHbLI NO
12 pabounx umnos). Kaxabln 4nn mapkMpoBanu nasepom ¢ 06-
paTHOM CTOpoHbl. C Lenbio opMMPOBaHNS CTyneHen, Heobxo-
OVMbIX NS U3MEPEHUS! TOMLMHBI  MHOTOCITOMHOMO  MOKPbITUS
npu atTecTauuun, B LEHTPe Kaxaoro yuna Obinv caoenasbl
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[AEBSATb KBaZpaTHbIX OTBEPCTUI naTepanbHbIMKU pa3mepamu
100100 MKM, pacnomnoXeHHbIX MO yrnam ceTku 3 X3 anemMeH-
Ta ¢ warom 1,5 mM. BepxHui sawmtHbin crnont SiO, cHumanu B
O6ydepHom pacteope HF (2,5 MuH npu komHaTHOW TemnepaTy-
pe) ¢ ncnonb3oBaHMeM Macku u3 cgortopesucta ®r-9120-1.
Tpaenexvie mHorocnonHon nneHkn Al,O5/TiO, BbINONHANN Ye-
pes Macky sawmrtHoro crnosa SiO, B ropsden (160 °C) H,S0O,
(ansa CMAM-20 Bpems Tpaenenus 1 4, CMAM-100 — 1,5 4). 3a-
TeM MOBTOPHO HaHOCUNN (POTOPE3NCT U BLIMONHANN OTONM-
TOrpaduno NAEHTUYHOIO pUCyHKa co casurom Ha 50 mkm. B npo-
3KCMOHMPOBAaHHO 0BNacTi yaananu saluTHbIi cnon SiO, B Gy-
depHom pactBope HF. [ns yaaneHus octaTkoB doTopesncta
nnacTuMHy OTMbIBanu B aLleToHe 1 unctunv B nnasme N,O B Tede-
Hre 3 mMuH. Cxema nonepeyHoro ceyeHust uarotorneHHoro CO
Ha rpaHvLe CTyneHu nokasaHa Ha puc. 2.

UccnepoBaHnue u atrectauma CO CMAM. [1na atrectauun
pa3paboTaHHbix CO HeobXoauMO M3MEPUTb TOJLUMHY TOHKMX
AV3NEKTPUYECKMX CIOEB, BXOASALMX B COCTaB MOKPbITMIA. Bos-
MOXHbI Ba NOAX04a MO NPOBEAEHWNIO NOAO0GHbBIX M3MEPEHUIA.
[MepBbIN N3 HUX OCHOBAaH Ha YaCTUYHOM Pa3pyLUEHUU MOKPbITUS
C Lenbio opMMpOBaHUS CTyMeHeN B M3y4aeMOoM MOKPbITK (dho-
Tonutorpadus U XMAKOCTHOE XMMUYECKOe TpaBrieHue) ¢ noc-
neaywWMM U3MEPEHNEM UX BbICOTbI MPU NMOMOLLM aTOMHO-CU-
nosoro Mukpockona (ACM) nnu nonepeyvHoro ckona (cpesa)
obpasua ans npoBefeHus UccrnefoBaHuii C MCNofb3oBaHWEM
NpOCBEYMBalOLLErO 3MEKTPOHHOro Mukpockona (M3M). Bropow
NMOAXOA OCHOBaH Ha MPMMEHEHUN MEeTOAOB HepaspyluaroLlero
KOHTPOIS, Hanpumep, annuncoMeTpumn U PeHTreHOBCKOW ped-
NEKTOMETPUM, KOTOPbIE NMO3BOSSOT OLEHUTb TOSLLMHY MOKPbI-
TUS NCX0As U3 pasHblx U3NYECKUX CBONCTB (MokasaTenen npe-
NIOMIIEHUS, MAOTHOCTM U T. MN.) MaTeprasnoB MOAMOXKN U MOKPbI-
TS,

OpHako CNoXHOCTb M HEOAHO3HAYHOCTbL MoAenew, xapak-
TepuayoLwmx npouecc (opMUpPOBaHNS U3MEPUTENBHOIO CUrHa-
na OT MHOTOCMONHOW CTPYKTYpbl, B 3TUX MeToAax He no3BonsieT
KOPPEKTHO BOCCTaHOBUTbL (paccyuTaTtb) napamMeTpbl, OnucbiBa-
tOLLiME MHOTOCIIONHYIO CTPYKTYpPY, U MpOCneauTb BCE OCHOBHbIE
WCTOYHUKN HeonpeaeneHHocTen pesynstatoB nsMmeperHun. [py-
MM crnoBamu, NpuHnUMaemasi umandeckas Mofernb B3auMo-
OeNCcTBNS cpeacTBa M oObekTa U3MepeHUii CTaHOBUTCSH OCHOB-
HbIM (PaKTOPOM HeOoNpeaeneHHOCTU pe3ynbTata U3MepEeHui.

B CBsi3V C U3NOXEHHbIM BbILLE, ObiN MPUMEHEH NepPBbIA Noa-
xon. B pabouyen obnactu obpasua copmmpoBanu manble (4To-
Obl He McKasuTb pesynbTaTtbl penekTOMETPUN 1 ANNNNCOMET-
pvun) no nrnowaan (100x100 MkM), HO NpU 3TOM AOCTaTOYHbIE

150 MKM

400 HM

Sio, Sio,

120 HM
—

KpemHui

(111)
S —— — T~ — T~ —
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400 MKM

Puc. 2. Cxema nonepeyHoro cpesa CO CIAM-20 B6nunsu ogHoro
13 LeHTpanbHbIX KBagpaToB
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ans namepenns npu nomoty ACM MonHoOW BbICOTkI, CTYyMEHN OT
BEPXHEN NMOCKOCTU HAHECEHHOro MHOFOCITOMHOIO MOKPbLITUS A0
NOCKOCTN KPEMHUEBOW MOATOXKN.

Tak kak npu nNpsmbix n3mepeHusax Ha ACM MOXHO ycTaHo-
BUTb NWLWb OOLLYK TONLLMHY MOKPLITUS, TO AN OnpeaeneHns
TONWMHBI oTAernbHoro cnos Al,O4 nnmn TiO, B CO ncnonb3osany
3KCMEepPUMEHTAnNbHO-PACYETHYIO MpOLEaAYpPY, OCHOBAHHYK Ha
BbICOKOV BOCMPOM3BOAMMOCTH, CTabWUMbHOCTM U OOHOPOLHOCTU
metoga ACO, npueaeHHyto, Hanpumep B [7, 8]. MHbimMu criosa-
MU, BbINO MNPUHATO yTBEPXKAEHUE, YTO NPU POPMMPOBAHUN MHO-
rOCINOVHOW CTPYKTYpPbI KaXXabl BXOASILLMI B €€ COCTaB Crou A1203
unu TiO, Byaet uMeTb OAMHaKOBYO TonuwHy. MNpeanonoxeHue
0 BOCMPOM3BOAMMOCTU U OJHOPOAHOCTU TOMLUMHBI KaXO0ro u3
CInoeB B MHOIFOCITIOMHOW CTPYKType npeaBapuTeribHO npoBepe-
HO MyTeM WCCNEeAOBaHWS U OLEHMBAHWSA BIUSHUS NapameTpoB
TEXHOMOIMYEeCKNx onepauui B yCNOBUAX BHYyTpuriabopaTtopHoOW
NPEeLUM3NOHHOCTY Ha TOMLUMHY MonyyYyaemoln B pesynsraTe nieH-
ku. KonmM4ecTBo TECTOBbIX MIACTWH (C 0OANHOYHLIM crioem Al,O4
unun TiO,), Ha KOTOPbIX NPoBefeHbl NOA0BHbIE UCTbITAHUS, BbIG-
panu corfacHo Konu4yecTBy mcnonb3yembix croes B CO. Ycno-
BMS MOIyYeHWs TECTOBbLIX MMACTVH B CrieayoLmMX Apyr 3a ApYrom
npoueccax MakCcvMarnbHO BapbMpoBanucb B npepenax [onyc-
KaeMbIx NyKTyauuin BHELHUX BO3OEeNCTBUM (TemnepaTtypbl v
BMaXHOCTW), @ TakKe C MPUBNEYEHNEM pa3HbIX ONepaTopoB U
MCMNONb30BaHNEM KPEMHUEBBIX MIACTUH M3 pasHbIX NapTuii (oa-
HOW 1 TOW >Xe OpWeHTauun u cTeneHu nervposaHus). Bpewms
MeXay NpUroToBMneHnem ABYX TECTOBbIX MIACTUH COCTaBMANO He
MeHee 24 4 1 Ha NopAAOK NPEBbLILANo XapakTepHoe BpeMs
Mexay AByMsi MocrnefoBaTeribHbIMU HaHECEHMSIMY CMOEB B pas-
pabaTtbiBaemom CO.

Takum 06pa3om, MOXHO NPeAnoNoXnTb, 4YTO B pearnbHOn
CTPYKType pa3bpoc 3HaYEeHWI TOMLLMHBI KaKOoro Crosi OKCUAOB
He OygeT npeBbllaTh HAWOEHHYIO CYMMapHyl HeonpeaerneH-
HoCTb. MNpu npaBunbHOM cobBMOAEHUN BCEX UHCTPYKUMI Hesa-
BMCUMO OT HEKOHTPONUPYEMbIX BHELUHUX (pakTOpoB (onepaTop,
YMCTOTA UCXOOHBIX XMMUYECKMX peareHToB, TEMNepaTypHO-BNax-
HOCTHBIA pexXuM, Ka4ecTBO mMaTepuana noanoxku U T. A.) MOX-
HO rapaHTMpoBaTb, YTO ANS XapakTePHOro BPEMEHW, PaBHOro
ABYM-TPEM [HAM, pasbpoc 3Ha4eHuit ToMWwMHbI nneHok Al,O,
n TiO,, nonyyaembix B pesynsrare nocrefoBaTesibHbIX BbIMNos-
HEHMWI aTTeCTOBaHHbLIX TEXHOMOIMMYECKMX onepauuin, He byneT
npesbiwaTte * 2 %.

HecmoTpsa Ha aKkCcnepuMeHTanbHO [oKa3aHHyl cTabunb-
HOCTb, BOCNPOU3BOAMMOCTb Y OAHOPOAHOCTb TOSLUMHBI MOKPbI-
TV, nonyyaembix MetogoMm ACO, Ha 0gHOM U3 O0OpasLIOB Kax-
AOro Tvna JOMONHWUTENBbHO MPOBENW MpAMblE N3MEPEHUs TOn-
LLMHbI BXOASLUMX B COCTaB MHOrocrnonHon cTpyktypbl CO cnoes
Al,O; n TiO, ¢ ucnonb3osaHuem M3M. [ina aTon uenu npu no-
MOLLM CMUCTEMBI (DOKYCMPOBAHHOIO MOHHOMO Myyka copMmpo-
Banu, npumMepHo B LeHTpe CO, HecKonbKo NonepeyHbIX cpe-
30B. [1poBeaeHHble uccrnenoBaHns Moka3anu BbICOKYH OAHO-
POAHOCTb U BOCNPOM3BOAMMOCTb TEXHOMNOMMYECKMX onepamn
pocta Al,O; 1 TiO, metogom ACO. Pasbpoc TonuuHbl He npe-
Bbicun = 5 %, 4To obycrnoBneHo mcnons3oaHmem NAM ans ms-
MepeHuii. HecmMoTps Ha BO3MOXHOCTb NMpumeHeHus NOM ans
MPAMBIX M3MepeHuit TonumHbl cnoes Al,O5 1 TiO,, BknoueHne
nofo6HbIX UccneaoBaHui B NpOrpaMMy MCMbITaHWI npeacTas-
ngeTcsa HeuenecoobpasHbiM. JTO, B NEPBYO o4epeab, CBA3AHO
CO CIIOXXHOCTbO MpoLeaypbl NPO6onoAroTOBKMU NoNepeYHbIX cpe-
30B MpY NOMOLLM (DOKYCMPOBAHHOIO MOHHOTO My4Ka, Koraa cylle-
CTBYEeT BEPOSATHOCTb MEPEMELLUMBAHUS MaTepmanoB COCeOHUX
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cnoes. [Opyron npobnemon siBNSAETCSs HEBO3MOXHOCTb NMpPOBe-
[OEeHUst UCMbITaHWIN Ha cylecTBeHHon nnowaan CO c uenbto yc-
TaHOBNEHUSI AENCTBUTENbHbIX 3HAYEHWI METPOJSIOTMYECKMX Xa-
pakTtepucTuk. MogobHoe TpeboBaHme OOyCrnoBneHO nocnenyto-
Wwmm npumeHeHvem CO Ans METOOOB PEHTreHOBCKON pedhrek-
TOMETPUU 1 ManoyrnoBon audpakumu, korga nnowans obnac-
TW, B3aMMOZENCTBYIOLLEN C PEHTTEHOBCKUM My4YKOM, COCTaBnsieT
[EeCATKA MUNIIMMETPOB.

BbiOpaHHasa meToamka UCMbITaHUA UMEeeT psa NPenMyLLECTB:
nossongeT m3bexarb Npobrnem, cBA3aHHbIX C NPOHGONOAroTOB-
KOW, KOTOPblE MOSIBAAIOTCA MpW M3mepeHusx Ha MNMOM; Boamox-
HOCTb pacLUMPEHNs NepeYHsa AOCTYMHbIX nabopaTtopuin u uccne-
[0BaTENbCKMX LEHTPOB AN NPOBeAeHNs] HE3aBUCUMbIX UCTbI-
TaHun CO, Tak kak B HacTosiLee BpemMs MeTof, aTOMHO-CUITOBOWA
MUWKPOCKOMUW pacrnpoCTpaHeH OYEeHb LUMPOKO; KaXAbl MONnb30-
BaTenb CO MOXEeT NMYHO KOHTPONMpoBaTb OOBLEKT 1 nepenpo-
BEpsATb pe3ynbraTbhl M3MEPEHUIA; CHUMAeTcst npobrnema npocne-
KMBAeMOCTU Pe3yrnbTaToB U3MEPEHUIA.

MpocnexuBaemocTb namepeHuin (puc. 3) obecneyeHa ny-
TEM MOBEPKU MCMNONb3YyEMOro Npyv U3MepeHUsx CKaHupyloLlero
3oHgoBoro ACM Ntegra Aura (Ne 28664-05 B locpeectpe CU)
[14] npn nomowm cneumansHON Mepbl LWMPUHBI M Nepuoaa
MLLUMC-2.0K (Ne 33598-06 B lNocpeectpe CU) n nx nosepku no
ctaHgapty [15] ¢ ncnonbsoBaHnem ACM Solver P47H (Ne 28666-10
B [ocpeectpe CW), conpsikeHHOro ¢ na3epHon U3MepUTerb-
Hol cuctemon JIMC-01M (Ne 42622-09 B locpeectpe CU, cBu-
netenbcTBo 06 yTBepxaeHun tuna CU Ne 37753), n nosepku
3TON CUCTEMbI C NMPUMEHEHMEM TOCYLAPCTBEHHOIO NEPBUYHOIO
aTanoHa eauHUUbl annHbl — meTpa AT 2—85.

YCTaHOBIMEHNE 3HAYEHUIA METPONOrMYECKUX XapaKTePUCTUK,
eanHbIx Ana Bcex CO B ogHOM mapTum, NpOBOAMIN Ha 3K3eMn-
nsipax, Npou3BoSIbHO OTOOPaHHbLIX Ans uenen attectaumm [16].
Ha kaxxgoM 13 HUX n3mepsanu obLyto TOMLWMHY NOKPLITUSA B NATA
obnactax, gns yero BbibMpany NsaTb OKOH TPaBMEHUS B LEHT-
panbHo 3oHe CO. Mcnonb3ys aTTecToBaHHy B COOTBETCTBUM
¢ [17] meToguky namepenuin Ha ACM [18], onpegensnu cpen-
HIOIO BbICOTY h,j noryyeHHbIX B pe3ynsrate TpaBneHust CTyneHen
Ha /- obnactu j-ro obpasua, COOTBETCTBYIOLLYHO OOLLEN TONLK-
He MOKpbITUS, C HEONPeaeneHHOCTbI U3MEPEHUI Uh,-j.

Mo pesynbTatam M3MepeHuii paccynTbiBanu cpegHue 3Ha-

YEeHUS CYMMapHOW TOJILLMHBbI hj MHOFOCITOMHOIO MOKPbITUS

nneHkn Al,O,/TiO, no ogHomy j-my o6pasuy. [ns aToro Haxoau-
NN cpefHue B3BELLEHHble 3HaYeHUst Mo pesynsratam MATU K3-
MepeHUl BbICOTbl CTYMEHU B pa3HbIX OKHax TpaBfieHWs Ha of-
HoM © ToM e ak3emnnspe CO. Npu onpegeneHun paclumpeH-
Hoi Uh; npeanonaranu, YTo OAMHOYHbIE pesynbTaTbl U3Mepe-
HWI BbICOTbI CTyneHn siIBNsATCA BbIGOpKaMn U3 eAUHON reHe-
panbHOM COBOKYMHOCTW.

[anee nposoaunnu npouenypy rapMoHM3aLmmn 3HadeHumn hj,
nonyyeHHbIX Ang wectn pasHbix CO. B npouecce gaHHon npo-

ueaypbl Ucknovanu obpasubl, AN KOTOpbIX h_j CYLLLECTBEHHO

OTNNYanNUCb OT OCTaslbHOW COBOKYMHOCTW pe3ynbTaTtoB (KpuTe-
pvin No ypoBHio 3,60).

Mo oTobpaHHbIM CpeaHUM 3HaYeHUsM onpedensny eguHoe
cpefHee B3BELUEHHOE 3Ha4yeHWe CyMMapHOW TOMLWMUHBI MHOIO-
CMOVHOro NOKpbITUA NneHkn Al,O5/TiO, no Bcem ak3emnnspam
CO:
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raT 2-85

J[nvHa BOMHbI
nasepHoro
n3nyyeHns

3T 2-2010

ACM + nasepHast
Mapametpsbl
MLLMC-2,0K bt WaroBoA

nepemeLLeHni CTPYKTYp®!

///—__' ~ — —
/ ACM \
CIMNAM /[ (v3mepeHue BbICOTbI AnnuncomeTp \
CO 100352011 |—»={ CenekTUBHO (ans nogTBEPXAEHUSA |
['CO 10036-2011 \ BbITPaBIEHHbIX 0AHOPOAHOCTH) b

CTYNeHeK)

TonwwuHa cnoes

Puc. 3. Cxema npocnexvsaemoctn ans CO CMAM

_ﬂzih/th/Z[th ,

j=1

roe j— nopsakoBbi Homep obpasua (j =1, 2, ... K), K— konu-
YyecTBO 3k3emmnnapoB CO, oToOpaHHbIX B pesynbraTe npoueay-
pbl rapMoOHMU3aLMM Ans AanbHenlero aHanmaa.

[nsa oueHKn HeonpeaeneHHOCTM U3MEPEHNST eQUHOTO Cpea-
Hero 3HayeHusi CyMMapHOW TOMNWMUHbLI MHOTOCMONHOIO MOKPbI-
Tna nneHkn Al,O5/TiO, no scem ak3emnnsapam CO cnpaseanu-
BO BblpaXeHue

1/2

Uh = § [(E _ @)2 /Uh?] §1(Uh§)_1 N i (Uh?)_1
j=

j=1 j=1

Mo maHHbIM 0 KonuyecTse crnoes TiO, u Al,O; B NOKpbITUK
MOXHO paccunTaTb AeNCTBUTENbHbIE 3HAYEHNSI aTTECTYEMbIX Xa-
paktepuctuk CO 1 Ux HeonpeaeneHHOCTH, 3aBUCsLLME OT METO-
aa attectauyum (cM. Tabnuuy).

CrangapTHble obpasubl CIMAM-20 n CIMAM-100 uccnepoBa-
Hbl METOZOM PEHTrEeHOBCKOWN pedriekToMeTpun. Pesynstart non-
HoMpodunbHOro yTouHeHus: ana CMAM-20 — cpegHsia Tonwm-
Ha crnoes TiO, (9,2 + 0,6) Hm, Al,O4 (9,7 £ 0,4) Hm; CMIAM-100 —
TiO, (9,5 £ 0,5) Hm, Al,O, (88,9 £ 0,5) Hm.

OpHopoaHocTb U ctabunbHocTb CO CMAM. HeonpepeneH-
HOCTb aTTeCTOBaHHbIX 3HayeHun xapaktepuctuk CO, obycnos-
JNIEHHYI0 HEOQHOPOAHOCTLIO MaTepuarna, onpeaensnu cornac-
Ho [19]. Ha kaxxgom ak3emnnsipe CO, BxogsiLLem B COCTaB NapTuu,
npv MOMOLLM aTTECTOBAHHOM MeToaukn namepenunii 1 ACM ums-
MEPSANN CPeaHIO BbICOTY MONYyYEHHbIX B pe3ynbrate Tpasre-
HWUSI CTYNEHEN, COOTBETCTBYIOLLYHO OBLLEN TOMLWMHE NOKPLITUS, B
natn obnactax. [nsa atoro copmupoBanu NATb OKOH TpaBre-
HUst — YeTbipe B yrnax CO 1 0gHO B ero ueHTpe. B kaxxgom okHe
TpaBneHUss NPOBOAWM MO ABa U3MEPEHUST TOMLWMHBLI NMOKPbLITUS
B YCIOBWSIX MOBTOPSEMOCTH.

[anee oueHuBanu gucnepcun HeOQHOPOAHOCTU B npefe-
nax ogHoro ak3emnnspa CO v no Bcer napTum (Mo pasHbIM 06-
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PesynbraTtbl ucnbiTaHui Ha naptum CO CMAM-20 u CINAM-100

o Artecryemas ATTECTOBAHHOS PacwmpeHrHas HeonpeaeneHHocTb (npu P = 0,95), cBasaHHas ¢ CymmapHasi
xapaKkTepucTvka 3HaveHve HeonpeeneHHocTL
MEeTOLOM HEOLHOPOAHOCTbLIO HECTabUNbHOCTbLIO (npu P = 0,95)
artrecrtayumn MaTtepuana TONLWWHbI 06pa3L|OB
CpegHsas ToNWMHa CNoeB, HM:
TiO, 10,01 0,06 0,08 0,05 0,23
AlL,O, 10,01 0,06 0,08 0,05 0,23
CMNAM-20 Mexcnoeson nepuog noBTO- 20,03 0,11 0,15 0,10 0,37
peHusi croes, HM
O6uwasa TonuwmnHa MHOrocnom- 120,16 0,67 0,91 0,62 1,29
HOW CTPYKTYpbl, HM
CpenHsas ToNWMHa CNoeB, HM:
TiO, 9,99 0,03 0,03 0,03 0,1
AlL,O, 89,91 0,24 0,30 0,28 0,5
CIMAM-100
Mexcnoesor nepuog noBToO- 99,90 0,27 0,33 0,31 0,5
peHust croes, HM
O6uwaa TonuwmnHa MHOrocnom- 199,80 0,54 0,66 0,62 1,0
HOW CTPYKTYpbl, HM

pasuam), CTaH4apTHOE OTKMOHEHUE MOBTOPSEMOCTU pesyrbTa-
Ta. Ha ocHOBe Mony4YeHHbIX 3HAYEHWUI MPOBOAUIN OLIEHKY CTaH-
[apTHBIX OTKIMOHEHWUI, XapakTepuaylLwmnx HEOOHOPOAHOCTb MO
napTuu B LiENom 1 B npeaenax ogHoro aksemnnspa CO. Cymmu-
pys kBagpaTbl HaWAEHHbIX CTAHAAPTHBIX OTKIOHEHWIA, BbIYMCTISA-
N1 XapakTepPUCTUKY OAHOPOAHOCTM O6LLEN TOMLLMHBI MHOFOCION-
HOro MOKpbITUS. ocne aToro, NCNonb3ys AaHHbIE O KONMYECTBE
cnoes TiO, n Al,O5 B NOKpbITUM, paccynTbIBaN HeonpeaeneH-
HOCTb aTTecTyemMbix xapakrepuctuk CO , 3aBUCSALLYIO OT HEO[HO-
pogHocT ero matepuana (cm. Tabnuuy). HeonpegneneHHocTb
aTTeCTOBaHHbIX 3HAYEHWU 13-3a HECTAbOWMBHOCTM TOMLWMHbI 06-
pasuoB, yCTaHaBnNMBanM METOAOM W30XPOHHOIO UCCreaoBaHNS
HecTabunbHocTh [20], OCHOBAHHOM Ha METOZE YCKOPEHHOrO CTa-
peHusi, CyTb KOTOPOrO 3aKIo4aeTCsi B TOM, YTO B HECKOSbKO pas3
ycunmBanu Bo3gencTeme akTopoB Cpeapl, Bbi3bIBaOLLMX U3Me-
HEeHWe TONLLMHBI CNOEB, BXOASALLMX B cocTaB cTpykTypbl CO.

VMccnepoBaHnst HecTabUNbHOCTU TOMNLMHBI MPOBOAMIM Ha
[OBYX NMPOU3BONBHO O0TOGPaHHbIX M3 naptum akdemnnspax CO.
OavH nomelwiany B TEPMUYECKYIO Kamepy Npu Temneparype
80 °C, BTOpOW — XpaHumnu npy KOMHaTHoM TeMnepatype (25 + 5) °C.
OnuTenbHOCTb UcnbiTaHui 24 aHA Obina BbibpaHa C yy4eToMm
npegnonaraeMon TemnepaTypbl xpaHeHnss CO n TpeboBaHuii k
ero cpoky cnyx6bl 2 r. 3a nepvoa nccnegoBaHWs NpoBeAeHO
no 7 n3MepeHuin TOMLMHbI MIEHOK MHOFOCIIOMHOMO MOKPbITHSA
Al,04/TiO, ana CO CMAM mMeTo0M PEeHTreHOBCKON pedinekTo-
METPUM Yepes3 paBHble NMPOMEXYTKUM BPEMEHWN Ha [BYX OTOOpaH-
HbIX obpasuax. Pesynsrartbl uamepeHui npencTaBneHbl B Tab-
nvue.

3akntoveHue. Mo pesynsratam pabotbl cozgaHbl CO CMNAM-20
n CMAM-100 npoCTpaHCTBEHHbIX XapaKTEPUCTUK HAaHOCTPYKTYP
Ha OCHOBE aMOP(HbLIX MHOFOCMOWMHbBIX MOKPbITUA YTBEPXKAEHHO-
ro Tuna — ceupetensctea [CO 10035—2011 n CO 136—2011,
COOTBETCTBEHHO.

PaspaboTtaHa aKkcnepvMMeHTanbHO-pacyeTHas MeToauka
ucnbiTaHni CO, ocHOBaHHasa Ha NPSMbIX MU3MEPEHUSX Npu Mo-
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MoLu aTTecTtoBaHHon MBW obuien TonuwmHbl MHOTOCIIOMHOIO
NOKPbITUST U NOCNeAyLWero pacyeTa TOMWMHbI KaXaoro cros
COrnacHo 3KCrnepvMeHTanbHO MOATBEPXKAEHHbBIX BOCMNPOM3BO-
OVMOCTU, OAHOPOAHOCTU U CTabUNBHOCTN TEXHWUYECKOTO Mpo-
uecca opmupoBaHusa matepuana CO. NMpoBegeHa oueHka cTa-
OunbHOCTU 1 ogHopoaHocTM maTtepuana CO.

Pabota BbinonHeHa c npvMeHeHWeM o6opyaoBaHuSA
LleHTpa konnekTuBHoro nomnb3oBaHus MOTU npu nopaepxkke
MuHucTepctBa obpasoBaHnst U Haykum Poccuiickon Pepepa-
umm  (rocygapctBeHHble  KOHTpakTbl  Ne 16.552.11.7022 u
Ne 14.740.11.0027).
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OUEeHKa ux mMempoJsiocu4eCcKux Xapakmepucmuk.

Knroueenble crnosa: HaHoropucmaele curnukagenu, cmaHOapme/e o6pa3ubl.

The procedure of synthesis is developed and the certified reference materials of nanoporous silica gels are created.

The estimation of metrological characteristics of certified reference materials is carried out.

Key words: nanoporous silica gels, certified reference materials.

Pa3Butne HaHOTEXHOMNOIUIA, LULMPOKOE BHEAPEHUE X B HAYKY,
TEeXHUKY, NPOn3BOACTBO, KOHTPOJIb KadeCcTBa NpoAayKuunn OOIxK-
Hbl ObITb nogkpenneHbl ycoBepLleHCTBOBAHHbIMW MeTOAaMU U
cpeactBamu nameperHuii. OgHUMK U3 BaXKHEWLIMX CPEeACTB MeT-
pororuyeckoro obecrnevyeHnss SBNSOTCA CTaHAapTHble o6pas-
upl (CO). B HacTosLee Bpems B Poccuu cyLecTByeT MHOTO npea-
HpI/IFITVII7I, 3aHMMaALLNXCA BbIMYCKOM HaHOMOPUCTLIX BELLECTB U
MaTepuanoB (COpOEHTOB, kKaTannM3aTopos, LeonuToB 1 ap.). Ana
KOHTPOJ1A TOYHOCTU I/|3MepeHI/Il7I Ha BCeX 3Tanax TexHorormn4yec-
Koro npouecca Heobxoammbl CO copOLMOHHBLIX CBOWCTB CO Crie-
AyrWnMn aTTeCToOBaHHbIMU XapaKTepUCTUkamu: y}qeanon nno-
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waabio NOBEpPXHOCTU; yAellbHbIM obbemMom nop; cpegHnm w“
npeobnagarvwum guameTpamu nop.

[aHHas paboTa nocesiweHa co3gaHnio CO copObUNOHHBIX
CBOWCTB HaHOMOPUCTbIX cunukarenen m BbINOJSHEHA opraHusa-
LUMAMW, BXOAALWMMU B permoHanbHoe otaenexve LleHTpa meT-
ponorn4yeckoro obecnevyeHnsa n OLEHKN COOTBETCTBUA HAHOTEX-
HOMOTMIM 1 NPOAYKUMU HAHOMHAYCTPUM B Ypanbckom cheaepans-
HOM OKpyre.

,D,J'Iﬂ CUHTEe3a HaHOMOPUCTbIX cunukarernen mcnonb3oBanu
TEMMNAaTHbIA 30Nb—Tenb MeToa. B kauyecTtBe TemnnaTtoB 6panm
paHee He vccrnedoBaBLUMECs 3TMM METOOOM OpraHuyeckue oc-
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