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PaspabomaHa memoduka cuHme3a HaHornopucmabix cunukazenel. Co3daHbl cmaHOapmHbie 0bpasubl U nposedeHa

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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HOBaHWs, Takue kak nonuatuneHnmuH (M3N) npousBoacTea
dupmbl Fluka co cpegHemaccoBOW MOMEKYNAPHOM Maccou
50 - 108 a. e. M., a TaKke CMECb NEPBUYHLIX AMCTUNINPOBAHHBIX
amunHoB. CpefHuii cocTas, onpeaeneHHbIn NoTeHLMoMeTpuyec-
ku, cootsetcTByeT C,,H,sNH,; no pesynsratam rasoxmakocT-
Ho xpomaTtorpacum B cmecu cogepxutcs 80 % gopeunnamu-
Ha. CMecb NepBUYHbIX AUCTUINIMPOBAHHBIX aMWHOB NMPUMEHSI-
nn 6e3 OONOMHUTENBHOW OYUCTKM.

CuHmes cunukazeneli (uszomosneHue CO). MNMpouenypa
CMHTEe3a 3aknovanacb B credyloLweM: aMUH pacTBOPSANN B 3Tu-
NIOBOM CMMpTE UM BOOHO-CMMPTOBOM pacTBoOpe, 3aTem B Mpo-
uecce nepemewvBaHna [obaBnanu TeTpasTUnopTocunukar
(dmpmbl Fluka, maccoBas gons ocHoBHoro Bellectsa 98 %) go
obpasoBaHus rens. MNonyyeHHbI renb nomellany B yawkuy Met-
pv 1 CyLInnM B CyLUMIbHOM LiKadyy B TeveHne 24 4 npu 70 °C go
Tex Mop noka macca obpasua cTaHoBMNacb HensMeHHon. 3a-
Tem obpaseL, nomeLlanu B KBapueBble MIOCKOAOHHbIE YaLlKu
W npokanveanu B atmocdepe. YcnoBusa cuHTesa o606LeHbl B
Tabn. 1.

Tabnuua 1
YcnoBusa cuHtesa CO 00p5UM0HHbIX~CBOI7ICTB HaHOMOPUCTbIX
cunukarenen

Mr(l,:ugkc o Bp:pw;%’;ﬁr;s;m OGbeMcpMe?’areHTa,
500°C | 700°C | C,HsOH | H,0

HMC-1 nan 180 5 236,0 72,7
HMC-2 CoHy5NH, — 60 2573 —
HMC-3 CoHysNH, 180 5 2573 —

HMC-4 CoHy5NH, 180 5 2573 51,5

MpwnmeyaHune: Bce cocTaBnatoLme npuBeaeHsl N3 pacyeTa Ha
200 cm® (877 Mmonb) TeTpasTokcucunaHa u 887 MMosb amuHa.

UccnedosaHue cmpykmypbl CO. XapaKkTepucTuKu nopuc-
TOCTM U COPOLMOHHBbIE CBOWCTBA (yAernbHasi Mollaab NoBepx-
HOCTW, YAEernbHbIA 00bEM Nop, pa3mMep nop, pacnpeneneHune nop
no pasmepam) o6pasLoB Me30MNOPUCTbIX CUNMKarenen name-
peHbl ra3oagcopObUMOHHBIM METOAOM MNP MOMOLUM aHanM3aTo-
pa TriStar 3020 [1]. MukpocTpyKTypa aT1x obpasLoB nccrnenosa-
Ha CKaHWUPYHOLIMM SMEKTPOHHBIM MUKPOCKOMOM CUCTEMBI
CrossBeam B coctaBe pabouyew ctaHuumn Auriga. PesynbraThbl
CBUOETENbCTBYOT O TOM, YTO yKa3aHHble 00Opa3upl npeacras-
nalT cobon arnmomepaTbl CHEPUYECKUX YacTul, pasMepamu
60—800 Hm ¢ nopamu 2—10 HM (Tabn. 2). 3geck 1 aanee Bee-
AeHbl cregyole obosHaveHus: A, — COpBLMOHHas eMKOCTb
MNPy OTHOCUTESNIbHOM [AaBIEeHUN p/p,, MPUBEAEHHas K Hopmarb-
HbIM ycnosuam (T, = 273,15 K, p, = 101,325 kla, p — Tekyulee
OaBrieHne a3oTa); A — aTTeCTOBaHHOE 3HaYeHWe XapakTepuc-
Tkn CO; A — oTHOcUTENnbHas MOrpeLHoCcTs A Npy AOBeEpU-
TenbHon BepositTHocTn 0,95; Sy — yAenbHas nnoLiagb noBepx-
HOCTHU; Vy — yaenbHbI 06beM nop; dcp, D — cpepgHwuii 1 npeob-
nagawolmin agMameTpbl Nop, COOTBETCTBEHHO.

OnpedeneHue memposioeudyeckux xapakmepucmuk CO.
[nsa onpegeneHns copOUMOHHBIX CBOMCTB HAHOMOPUCTBIX CUMK-
Karenen paspaboTaHa n aTTecToBaHa MeToanka uamepeHuin [2].
MeToanka namepeHuii copbLMOHHbIX CBOMCTB razoaacopbuu-
OHHbIM METOAO0M 0becneYMBaeT MonyyYeHne pesynsTaToB B Ava-
nasoHax M3MEPEHUN W C XapakTePUCTUKAMMN OTHOCUTESbHOW
MOrpeLLHOCTH, KOTOPbIE HE MPEBLILLAIOT 3HAYEHUI, YKa3aHHbIX B
Tabn. 3, rae 6, — OTHOCWTENbHOE CpefHee KBafpaTnyeckoe OT-
KIOHEeHWe NoBTOPSAEMOCTH; 8., 6 — OTHOCUTENbHAA HEUCKITIo-
YeHHas cucTemaTUyeckasi U OTHOCUTENbHAas cyMMapHas no-
rpewwHocTn npy P = 0,95, cooTBETCTBEHHO. [MpocnexnBaemMocTb
pesynbTaToB M3MEPEHUI yCTaHaBNMBAETCA NpY MOMOLLM BHe-
ceHHbIX B peecTp CO yTBEPXOEHHbBIX TUMOB:

CO 9445—2009 (ERM-FD 107/BAM-P107): uHtepBan arre-
CTOBAHHOIO 3HaYeHus Sy 600—620 m2/r, abconoTHas norpeLu-
HOCTb * 14,5 M2/r; WHTepBan aTTecTOBaHHOTO 3HayeHus V.
0,200—0,300 cm3/r, abcontoTHas nmorpeluHocTb + 0,005 cm3/r;
MHTEepBan aTTeCTOBaHHOrO 3HayeHust dcp 0,80—0,90 HM™m, abco-
NtoTHas norpelHoctb + 0,05 Hm;

Tabnwunuya 2
MeTponoruyeckue xapakrepuctukum CO (attectaums no asoty npu T = —196 °C razoancopOLMOHHBIM METOAO0M)
ATTecroBaHHas HMC-1 HMC-2 HMC-3 HMC-4
xapakrepuctuka A 3A, % A 3A, % A 3A, % A 3A, %
S, m2/r 438,900 1,4 886,500 1,7 1055,000 2,0 1100,800 +1,6
v, cm3/r 0,354 +3,0 0,814 13,2 0,823 2,9 1,043 13,0
g HM 3,270 13,9 3,680 12,6 3,110 2,8 3,800 2,4
D (no agcopbuuMoHHOW BET- 1,850 2,0 1,740 +1,8 2,210 2,1 1,860 2,3
BW U30TEPMbI), HM
D (no pecopbumnoHHOW BET- 3,690 12,4 3,460 +1,8 3,710 2,0 3,440 +1,8
BW U30TEPMbI), HM
A, (p/py = 0,05), cm3/r 127,100 13,9 185,600 2,5 165,000 2,8 207,000 2,6
A, (plp, = 0,40), cm3r 157,800 4,0 312,600 +1,8 390,600 2,1 379,000 2,4
A, (plp, = 0,99), cm3r 415,900 13,2 784,600 +1,9 539,400 2,5 1099,000 2,9
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Tabnuua 3

MeTponornyeckune xapakTepucTUKM MeTOAUKU Msmepeuuﬁ
COpGLI,VIOHHbIX CBOWUCTB Fa3oa,ﬂ00p6LWIOHHbIM mMeToaoM

Mamepsiemas [nanasoH G.. % 5. % 5. %
BennuMHa n3MepeHus r ¢’ '
A,, cm3 It 10—2000 1,1 2,3 3,4
S, m2/r 0,1—2000,0 1,4 1,0 3,0
Vi, cm3r 0,02—2,00 2,7 2,6 6,1
depr HM 0,4—100,0 2,8 2,6 6,3
D, Hm 2—100 2,5 1,8 54

[CO 9446—2009 (CRM BAM PM-104): wHTepBan artrtec-
TOBaHHOrO 3HauyeHns S, 70—80 m2/r, abconoTHas norpeLu-
HocTb * 1,0 M2/r; WHTEpBan aTTecTOBaHHOrO 3HauveHus V.
0,150—0,300 cm3/r, abcontoTHas norpelwHocTb + 0,014 om3/r;
WHTepBan aTtTeCTOBaHHOIO 3Ha4YeHUs rMAPaBNNYECKOro paguy-
ca nop 5,00—6,00 Hm, abcontoTHas norpelwHocTb + 0,21 HM.

UccnedosaHue odHopodHocmu mamepuana CO npoBogu-
nn cornacHo [3—6]. CnyyanHbim obpasom Gpanu N = 6 npob
matepuana CO u BbINOMHANU j = 3 U3MEPEHWIN KaXkaon aTTecTy-
€MOW XapaKTepUCTUKM B COOTBETCTBMM C aTTECTOBAHHOW METO-
OVKON. VI3aMepeHHble 3HaYeHUst KaXaow Takow XapakTepUCTUKN
oLeHuBanu ¢ y4eTtom [6, 7].

UccnedosaHue cmabunsHocmu CO, BblpaxaroLLyocs B He-
N3MEHHOCTN aTTECTOBAHHOW XapaKTEPUCTUKM BO BPEMEHU Npw
cobnaeHUN YCNOBUA XpPaHEHUS U NMPUMEHEHUS, NPOBOAWUMIN
N30XPOHHBbIM METOAOM (MCKYCCTBEHHOro (YCKOPEHHOro) crape-
HUs1) cornacHo pekomeHgauuam [7, 8]. CtaHgapTHble obpasupl
BblAEPXMBANM Npu nosbileHHON TemnepaType 115 °C, 3atem
N3MEPSNN 3HAYEHNS] XapaKTEPUCTUK U CPaBHUBANN C UCXOOHbI-
Mu. O6paboTka pesynbTaToB Nnokasasna, YTo OHU CTaTUCTUYECKU
HEe3HaYUTENBHO OTNNYAKOTCS MeXay cobol [0 1 nocre CTapeHus.

[Ona onpeneneHnst rpaHnl abContoTHBLIX NMOrpeLIHocTen aTt-
TEeCTOBaHHbIX 3HadeHun CO, a Takke paclUMpeHHOWN Heonpeae-
TNIEHHOCTWN UCMOSb30BaHbl anropuTMbl, NpeanoXeHHble B [7, 8].
[Mo pesynbraTam BbINOMHEHHON PaboTbl NOArOTOBMNEHbLI MaTe-
pvanbl Ans ytBepxaeHus tuna gaHHbix CO B COOTBETCTBUM C
TpeboBaHusmu [9, 10]. B Tabn. 2 npeactaBneHbl 3Ha4YeHUs U
rpaHuLbl UX abCOMTHBLIX MOrPEeLHOCTEN ANdA NepBon napTum
CO (B HacTosLLEe BPEMS BbIMyLIEHbI IBE MApTUm).

[ns oueHkn npurogHoctn CO n nccnenoBaHUsi ero KOMMYy-
TaTMBHOCTM MPOBEAEHbl M3MepeHns B nabopaTtopusix: accoumna-
umm «Acnekt» (Mockea) npu nomolum aHanusatTopa ASAP 2020;
MeTporornyeckoro obecnevyeHnss HaHOMHAYCTPUK, CnekTparb-
HbIX METOOOB aHanmM3a W CcTaHgapTHbIX obpasuyos YHUMM ¢
ucnonb3oBaHneMm aHanusatopa ASAP 2020 MP; copbunmn YpdY
C npuMeHeHneM aHanusaTopa TriStar 3020.

PesynbraTtbl usmepeHuin xapakTepucTnk MNopucTocTn copb-
LIMOHHBIX CBOWCTB, MOMYyYEeHHbIE B PasnunyHbIX nabopaTopusx un
Ha pa3HoM 06opyaoBaHMK, YOOBIETBOPUTENBHO COrNacyTCcs C
aTTEeCTOBAHHbIMU 3HAYEHUAMMN COPOLIMOHHBIX XapakTepUCTUK
paspaboTtaHHbix CO B npeaenax aTTeCTOBaHHbLIX 3HAYEHWUI Mo-
rpPeLHOCTN n3MepeHnii. ViccnegoBaHust nokasanu nNpurogHoCcTb
paspaboraHHoro CO ans noBepku 1 KanMbpoBKM pasnuyHbIX
TUMNOB razoagcopOLMOHHBIX aHann3aTopoB.

Mo utoram nccnegoBaHuin cosgaH MCO 9735—2011 cop6b-
LIMOHHBIX CBOWCTB HaHOMOPWUCTbIX cunukarenen (komnnekt CO
HMC YHUWM), koTOpbI HEe MMEET aHanoroB 1 3aperncTpmpo-
BaH B [ocynapcTBeHHOM peecTpe yTBepXaeHHbIX Tunos CO PO.
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YkasaHHbli CO — HaHOMOPUCTBIN OUCMEPCHBINA MOPOLLOK CU-
nuKarenewn, KOTopbI paccacoBaH B repMeTUYHble 6aHkM Mo 5 T.
Cpok rogHoctu 5 net. PaspaboTtaHHbin CO npegHasHayeH ans
KannbpoBKM CPeAcTB U3MEPEHUIN U obecnevyeHns Npocnexu-
BAeMOCTU U3MEPEHUN COPOLMOHHBIX XapakKTepUCTUK rasoan-
COpPOLUMOHHBIM METOLOM, KOHTPOIS MOrpeLHOCTU METOAUK U3-
MEepEeHUN, a TakkKe AN NOBEPKU 1 APYrMX BUOOB METPONormiec-
KOro KOHTPOIS NMpU COOTBETCTBMM €ro METPOSIOrMYECKMX Xapak-
TepucTuk TpeboBaHusm npouenyp koHTpons. Cseperusa o CO
npeactaenexsl B ®efepanbHoOM MHOPMAaLMOHHOM hoHAEe Mo
obecrneyeHno eanHCTBA U3MEPEHUIA.

B HacTtosiwee Bpemsi [CO 9735—2011 npusHaH B kadecTBe
MEXroCcyAapCTBEHHOro craHaapTHoro obpasua (MCO) pelueHnem
MexrocynapCcTBeHHOro copeTa Mo cTaHgapTM3aumm, MeTposio-
mn n ceptudmkaumm ot 24.05.2012 r., npotokon Ne 41—2012,
BHeceH B peecTp MCO Ne 1783:2012 1 gonyLueH K npyMeHeHuo
6e3 orpaHudeHun B AsepbangxaHe, ApmeHunn, benopyccuu,
Kasaxctane, Knprusmmn, TagxukuctaHe, TypkMmeHucTaHe, Y3be-
KncTaHe, YKpauvHe.

B HacTtosiiee BpemMs paboTbl MO BbINYCKY HOBbLIX NapTuUi U
HOBbIX TMNOB CO cOpOLIMOHHBLIX CBOMCTB NpogosnKaTes B nabo-
paTtopuy MeTpOSIorMYeckoro obecneyeHnss HaHOWHAYCTpUM,
CrneKTparnbHbIX METOAOB aHanm3a W cTaHOapTHbIX 00pasuoB
YHNUM.

PaboTta npoBeageHa B pamMkax rocygapCTBEHHOIO KOHTpaKTa
120-150 «PasButne meTogMyeckon COCTaBMSALWEN perno-
HanbHoro otaeneHus LleHTpa meTponoruyeckoro obecneyeHus
N OLIEHKN COOTBETCTBMSA HAHOTEXHOMOIMIA U NPOAYKUMM HAHO-
HAYCTpuKn B Ypanbckom denepanbHOM okpyre». PaboTa Bbl-
nornHeHa npu nopaepxke nporpammbl [pesvanyma PAH
Ne 12-11-234—2003.
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