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Cmamws nocssuena pazpabomke cmandapmHuo2o oopazya copoyuoHHbIX CBOUCME HaHONOPUCTNO20 Yeoauma, obec-
neYUBaIOUIe20 MEMPOLOSULECKYIO NPOCIEANCUBAEMOCTIb PE3VIbIMAMOs usmepenuil k I ocyoapcmeenHnomy nepeuiHomy
9MANOHY eOUHUY YOeabHOlU adcopoyuy 2a308, YOeabHol NO8EPXHOCIU, YOelbHo20 0bbema nop, pamepa nop, om-
Kpblmotil nopucmocmu u Kodgouyuenma 2azonponuyaemocmu meepovlx eeujecms u mamepuanos I'9T 210-2019.
B pabome npedcmasnenvl pezyivmanmvl meopemuieckux u IKCNEPUMEHMATbHBIX UCCTe008AHUL NO ONMUMUZAYUU
yea08uil npo6ono02omosKy (MepmMompeHuposKU) CMaHoapmHo2o oopa3ya ¢ NOMOWbIO MePMOSPASUMEMPULECKO20
Memooa u ouggepenyuanvbHo-cKanupyrowell Kaiopumempu, CONPAMCeHHOU ¢ MAcC-CNeKmpoMempuieckum oemex-
mupoganuem svioensrouuxcs 2azo6 (T -/[CK-MC-ananu3z). Onucamnul pe3yibmamsl yCmMAaHO81eHUst MEMPOL0SUYECKUX
Xapakmepucmux Cmanoapmuo2o 0opasya, 6KI04dsi CMaHOapmHuylo HeonpeoereHHOCnb, 00YCI08IeHHYI0 CHOCO-
boM onpedeneHus ammecmosaHHo20 3HAYeHUsl, d MAKIICe CMAHOapPmMHbLe HeONPeOeIeHHOCMU OM HeOOHOPOOHOCIU
U HecmabuIbHOCHL.

I'CO 10734-2015 cmanoapmuwiii 0bpaszey copoOyuoHHbIX c8olicme Hanonopucmozo yeoauma (Zeolite CO YHUHM)
uMeem ammecmosanuble Mempoio2udecKie XapaKkmepucmuxu: yoeavhas nogepxrocmo (500—1200) m?/2;
yoeavHviit 06vem nop (0,10,5) cm’/e; npeobradaiowuii ouamemp nop (0,4—0,9) um; yoeavnas adcopbyus
apeona (0,001-20,0) monv/ke.

Cmanoapmuwiii 0bpazey npedHaznaven 0ns KanubposKu cpedcmas usmMepenutl U KOHmpoJisi MOYHOCIU Pe3yabmamos
usMepeHull cCOpoOYUOHHBIX XaAPAKMEPUCIMUK HAHONOPUCTbIX Mamepuanog. On modicem Obimb npuMeHeH Oisi amme-
cmayuy Memooux coOOmeemcmeyowux uzmepeHutl, 0isi UCHLIMAHULL CPeOCm8 U3MePEHUL U CIAaHOAPMHBIX 00PA3Y08
8 YeJisIX YmMEepaIcoeHust muna u 0jist Opy2ux 6U008 MempoI02U1ecKo20 KOHMpOJsl.

Knto4eBble cNOBa: HAHOMOPUCTHINA LIGONNUT, CTAHAAPTHBIA 06paseL], rocyfapCTBEHHbIN NEPBUYHbIA 3TANOH, YAebHaS
aficopOLs rasos, yAenbHaa NOBEPXHOCTb, YAeNbHbIN 06beM Mop, pasmep nop
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The article is devoted to the development of a reference material of the sorption roperties of nanoporous zeolite, which
ensures metrological traceability of measurement results to the State primary measurement standard of units for
specific gas adsorption, specific surface area, specific pore volume, pore size, open porosity and gas permeability
coefficient of solid substances and materials GET 210-2019.

The paper presents the results of theoretical and experimental studies on optimizing the conditions of sample prepa-
ration (thermal training) of the reference material using the thermogravimetric method and differential scanning
calorimetry, coupled with mass spectrometric detection of the evolved gases (TG-DSC—MS analysis). The results of es-
tablishing the metrological characteristics of the reference material are described, including standard uncertainty due
to the method of determining the certified value, as well as standard uncertainties from heterogeneity and instability.
The GSO 10734-2015 reference material of the sorption properties of nanoporous zeolite (Zeolite SO UNIIM) has
certified metrological characteristics: specific surface area (500—1200) m’/g; specific pore volume (0.10.5) cm’/g;
the predominant pore diameter (0.4—0.9) nm, specific argon adsorption (0.001-20.0) mol/kg.

The reference material is designed to calibrate measuring instruments and to control accuracy of results of sorption
characteristics of nanoporous materials measurements; it can be used to certify appropriate measurement procedures,
to test measuring instruments and reference materials for type approval and other types of metrological control.

Keywords: nanoporous zeolite, reference material, state primary measurement standard, specific adsorption of gases,
specific surface area, specific pore volume, pore size

BeeneHune

AKTYyanbHOCTb pa3paboTKu METPOSIOrM4eckoro obec-
neYeHUs N3MepeHnin CopbLNOHHbIX CBONCTB 06YCN0B-
neHa HeoOXOAMMOCTbI0 KOHTPOMA KayecTBa COPOEHTOB
1 KaTann3aTopoB, ABAAKOLWMUXCA NOPUCTbIMU BeLLeCTBa-
M. OgHUMUN N3 BaXKHEALIUX XapaKTePUCTUK CTPYKTY-
Pbl MOPUCTBLIX U JUCNEPCHbIX BELIECTB N MaTepuanoB
ABNATCA yAeNbHasd NMOBEPXHOCTb, YAENbHbIA 06bEM
nop u pasmep nop. Mpu 3TOM B NPakTUKe NPUMEHSAET-
CSl MHOXXECTBO Pa3fINYHbIX TEOPUA U COOTBETCTBYIOLLMX
YypaBHEHWUN ANS BbIYUCIIEHMSA BbILIENEPEYUCIIEHHbIX Na-
pameTpoB. 115 MeTpPoNornyeckoro 06ecneyeHns gaHHbIxX
N3MEpPEHUIi Ha NPAKTKE BO BCEM MUPE NPUMEHAIOTCS
CTaH4apTHble 06pasLbl NOPUCTLIX BELLECTB, KOTOpPbIE
O0XapaKTepnu3oBaHbl C NPUMEHEHUEM OAHOW U3 Cylle-
CTBYIOLINX MOJeneil.

[ins co3fanns LeHTpann30BaHHON CUCTEMbI METPO-
noruyeckoro obecnedveqns 8 YHUUM — connuan OIyMn
«BHUUM nm. .. Menpeneesa» (r. Ekatepun6ypr) yco-
BEPLUEHCTBOBAH W yTBEPXAeH B 2019 . [ocy1apCTBEHHbIN
NepBUYHbIN 3TANOH eANHUL YOeNbHOW afcopbumn rasos,
YAENbHON MOBEPXHOCTKW, yAenbHOro obbema nop, pas-
Mepa nop, OTKPbITOW NOPUCTOCTU U KO3 ULMEHTA ra-
30NPOHULAEMOCTI TBEPAbIX BELLECTB 1 MaTepuanos MAT
210-2019" [1]. B HacTOALLeE Bpems B POCCUI MHOXECTBO
NpeAnpuUATIIA BbIMYCKAKOT HAHOMOPUCTbIE BELLECTBA 1 Ma-
Tepuasnbl (COPOEHTBI, KaTannu3aTopbl, LeonuTbl 1 ap.). Ans

06 yTBEPXA€HMM [0CYAAPCTBEHHOrO NEPBUYHOIO 3TaNOHA efin-
HWL, yAeNbHOIA aacop6Lmum ra3os, YAeNbHON NOBEPXHOCTH, YAENbHO-
ro o6bema 1 pa3amepa nop TBepAbIX BELLECTB 1 MaTepuanos: Mpukas
®defiepanbHOro areHTCTBa No TEXHUYECKOMY PErynnpoBaHuio u me-
Tponoruu ot 27 aekabps 2019 r. Ne 3393.
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KOHTPOJIA TOYHOCTW U3MEPEHUI HA BCEX 3Tanax TeXHO-
NOrN4ecKoro npouecca Heo6XoAUMbl CTaHAAPTHbIE 06-
pasubl (CO) copbLMOHHLIX CBOWCTB C aTTECTOBAHHbIMN
XapakTepucTMKaMu: yaenbHON afcopbunei a3ota; yaenb-
HOW NMOBEPXHOCTbIO; YAENbHbIM 06LEMOM MOP; CPEAHUM
ANameTpom nop.

[laHHas pa6oTa nocBslieHa co3aaHuto CO copbun-
OHHbIX CBOCTB HAHOMOPWUCTOrO LeonnTa [2], B KOTOPOM
MOMUMO XapakTepucTuk copOLMOHHBIX CBOMCTB aTTeCTO-
BaHa 130Tepma afacopbuum, T.e. 3aBUCMMOCTb YAeSIbHOIA
afcopbumn rasa ot OTHOCUTESIbHOMO AiaBfeHNs 3TOro rasa,
KoTOpast OTHOCMTCS K NEPBUYHBIM AAHHBIM 11 HE 3aBUCUT
OT NPUMeHseMON TeopuK 06paboTKN Pe3ynbTaToB N3Mepe-
HUIA. Ha 0CHOBE aTTeCTOBAHHbIX 3HAYEHUI YAENbHO afco-
pOLMK ra3a 0T OTHOCUTENbHOIO aBSIeHUSA ra3a BO3MOXHO
NPOBECTY aTTECTALMI0 UHTEPECYIOLLMX BESINYUH (YAENbHON
MOBEPXHOCTH, YAENbHOro 06bema 1 pasmepa nop) ¢ npume-
HEHMEM Pa3fINYHbIX TEOPWIA, NPU 3TOM OTCYTCTBYET HE0b-
XO4UMOCTb B NPOBEAEHUN JONOSTHUTESNIbHbIX 9KCNEPUMEH-
TasbHbIX UCCNeL0BaHNA. B CBA3N C 3TON 0COOGEHHOCTbIO
pa3paboTaHHblit CO ABNAETCA YHUBEPCAMbHbIM.

Matepuanbl U meToAbl

UcxogHbiii matepnan cTaHgapTHoro o6pasya

B kayecTBe maTepuana cTaHgapTHOro obpasua 6bl-
NN NCCNefoBaHbl HECKONbKO LLEOTNTOB, UMEHLLNXCH
B NPOAAXe:

O6pasey Ne 1 —monekynapHoe cuto (auam. nop 4 A),
pasmep 4actuy 4-8 mew, kat. Ne 19726 coupmbl Acros
Organics. MpeacTtasnsaeT co60il 6exeBble rPaHynbl, Ha-
cbinHas nioTHocTb 710 r/oms;

O6pasey No 2 — monekynapHoe cuto (13X
powder), pazmep Hactuy 2 mkm, kat. Ne 283592 chnp-
mbl Sigma Aldrich (CLWA). Xumuyeckas gopmyna

Nag [(Azo2 ), (Si0, )106] xH,0.

O6pasey No 3—monekynspHoe cuto (1/8 pellets), kart.
Ne 33.429-4 cpupmbl Sigma Aldrich (CLUA). Xumuyeckas
dopmyna 0,8K,0- Na,0-0,2 41,0, -2Si0, - xH 0.

[Mocne npeaBapuTeNibHbIX MCCNeA0BaHMiA razoafcop6-
LLMOHHbIM METOAOM MOKA3aHO, YTO XOPOLLIO BOCNPON3BOAN-
Mbl€ N30TepPMbl, @ TaKXXe Hann4ne y3Koro nmka Ha pacnpe-
JeneHny nop no pasmepam HabnogatoTca nns oopasua Ne 2

nopoLuka ueonuta (Nag, [(AIO2 )86 (Sio, )106] -xH,0),
B CBA3M C 4eM OH 1 6bIn BbIGPaH B KayecTse matépuana CO.
[ns aByX ApYrux LeonuTOB, KOTOPbIE SBASAIOTCS rpaHyna-
MU, COpO6LUMOHHOE paBHOBECME W, COOTBETCTBEHHO, BPE-
MS NPOBEAEHUS U3MEPEHUIA 3HAYUTENIbHO 6ONbLLE, @ MUK
Ha KpUBOW pacnpeseneHuns nop no pasmepam 3Ha4MTeNbHO
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MeHbLUe. HaumeHbluas npefcTasutenibHas npoba CO go-
CTaTo4Has A4ns NPOBEAEHNs N3MEPEHNIA BCeX nokasartesien
COPOLNOHHbIX cBONCTB cocTasnset 0,1 1. B ¢BA3K C aTuMm
CO 6bin pacdacoBaH no 3 r B 6aHKM U3 TEMHOrO cTekna
C MMOTHO 3aKPYYMBAKLINMUCS KPbILIKAMU AN OANTENb-
HOr0 XpaHeHwus.

MeTtopbl uccnegoBaHU COCTaBa, CBOMCTB,

CTPYKTYpbl CTaHAAPTHOro o6pasua

ViccnenoBaHue coctaBa, CBOACTB, CTPYKTYPbl MaTepu-
ana CO npoBoAMNM pasnnyHbIMU QU3UKO-XUMUYECKUMN
meTodamu. iccnegoBanne no onTMMU3auum napameTpos
noarotoBku matepnana GO Leonuta NnpoBOAMNOCH C NO-
MOLLIbIO TEPMOrpaBMMETPMYECKOro MeToaa n anddepeH-
LNANbHO-CKAHNPYIOLLEA KanopuUMETPUn, CONPSXXEHHO
C MacC-CNeKTPOMETPUYECKUM LeTeKTUPOBAHMEM Bblfje-
natoumxcs razos (Tr-ACK-MC-aHanus). 06pasew, 6bin no-
MELLEH B aJIOMUHUEBBIN TUreSb (C KPbILWKOW), CKOPOCTb
Harpesa 10 °C/muH B gnanasoHe (20-1000) °C (cm. puc. 1).

PesynbraTbl ucCnegoBaHUsi cCocTaBa, CBOMCTB,

CTPYKTYpbl CTaHOapTHOro o6pasua

TeopeTtnyeckune npegnocsIKu

YoenbHyto agcopbunto rasa (aproHa) paccymTbiBa-
0T B KaXXJ0M TOYKE COrNacHO ypaBHeHUIO (B AuManasoHe
P/P, 01110-% g0 0,10)

A:A + l Pi'I/sys_])i.I/sys ‘T:S’TD+
i i—1 ’
mV, || T, 7, | B
BB e (BE-E) |
PSTD RS‘TD

roei =1, 2,..., N, N—Konn4yecTso T04eK OTHOCUTEIbHbIX
[ABNEHNIA, KOTOPbIE 3aJat0TCA A1 NOMYYEHN N30TEPMbl,
paBHoe 46;

11 —Macca HaBeCKMW aHaN3npyemoro BeLLeCTBa, Kr;

Vsys—CMCTeMHbm 00beM, KOTOPbIA yCTaHaBIMBAETCA
B NPOLIECCE NepMOMYECKOIl aTTecTaLun 3TanoHa, M3

V;.—06beM «x010AHOr0» NPOCTPAHCTBA NPV CTaHAAPT-
HOIi Temmepatype, M5,

¥V, .—06bem npocTpaHcTBa NPO6GUPKI Npu TeMnepaType
XKWUAKOro a30Ta A1 y4eta HeuaeanbHOCTM ra3a B COCyA
[btoapa (B cnyvae XuaKoro aproHa okono 87 K), m%;

Py, - naBneHne npu HOpManbHbIX yCMOBUAX
101325,02 Ma;

Ty, — Temnepatypa npu HOPMasnbHbIX yCAOBUAX
273,15 K;

0. — KO3 NLNEHT HenaeanbHOCTM rasa,
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V. —MonspHbIit 06beM nAeanbHOro ra3a npu HOpMarb-
HbIX ycnoBusx (0,022413968 + 0,00000004) m®/monb;

P —HayanbHoe faBnexne B M3BECTHOM CUCTEMHOM
06bemMe B i-11 TO4Ke M30TepMbl copoLuu, Ma;

Pl.’—;LaBneHme nocne OTKPbITUSA KNanaHa, CoeMHAI-
LLIero N3BECTHbI 06bEM C MPOBMPKOI 1 06pasLom, 1 ycTa-
HOBJIEHMS PABHOBECUS B CUCTEME B i-ii TOUYKE U30TEPMbI
copb6uuu, MNa;

Pl.:l — [1aBJIeHME NOCe OTKPbITUA KNanaHa, CoeMHA0-
LLIero U3BECTHbIA 06bEM C NPOBUPKOIA 1 06Pa3LIOM, 1 yCTa-
HOBJ/IEHNS PABHOBECUS B CUCTEME B (i-1) TOUYKE N30TEPMbI
copbuuu, MNa;

T.—Temneparypa rasa B CUCTEMHOM 06beme mno-
Clle YyCTAHOBNEHNS PABHOBECUSA B i-il TOYKE U3OTEPMbl
copobuunu, K;

ﬂ’—TemnepaTypa rasa B CUCTEMHOM 06beme no-
Clle YyCTAHOBNEHNS PAaBHOBECUSA B i-il TOYKE U3OTEPMbl
copbuuu, K.

YnenbHas noBepXHOCTh PACCHUTLIBAETCA Kak

S=n.aN,, (@)

rae »n,,—eMKOCTb MOHOCMO0S, MONbL/T, a, — Nnowaa,
3aHMmaemas OLHOW MONEKynoi rasa (Ans aproHa
a, =0,142-107 m2); N, = 6,02214076-10% monb™" —unc-
no Asoraapo.

[ns oueHnBaHns 72, MCNONb3yem MoJenb JIaHrMiopa
(8 nnanasone P/P, 010,001 10 0,015), koTopas 3ajaetcs
CreAyoLWnNm ypaBHeHUEM:

A_nm-C-P

= , ®3)
1+C-P

rae C—apncop6unoHHbIit KoaddouuneHT JaHrmiopa; P —

LaBreHne rasa. EMKOCTb MOHOCNOS 72, ONpeaenum MeTo-

[I0M HaMMEHbLLMX KBaLpaToB C 1cnosib3oBaHnem Microsoft

Excel unu MathCad.

YnenbHbii 06beM MOpP PACCHUTLIBABTCSA MO ypaBHe-
Huio Jy6unnHaPagyiikesuya B ananasoxe /P, o1 0,005
0o 0,10:

2

lgd =lgAd . —D lg%, 4)

micro

e x=((P/R),(P/R),(P/R), ....(P[R),)-
yBeNNYMBAIOWAACA NOCNEA0BATENbHOCTL 3KC-
NEPUMEHTANbHO MNONYYEHHbIX 72 3HAYeHUn OTHO-
CUTENbHbIX ,U,aBﬂeHV”/] W COOTBETCTBYHLWaAA UM
A, =(4,,4,,4;,...,A,)-Bo3pacTaiowas nocne-

[0BaTEeNIbHOCTb 3KCNEPUMEHTAJIbHO MOJTY4EHHbIX 3Ha4YeHun
COPOLMOHHON EMKOCTHU, CM3/T.

m SrtanoHbl. CraHpapTHble o6pasubl T.16. N21, 2020

MnoTHOCTL aproHa xuakoro p, = 1,40 r/cm® (87,29 K).
MNOTHOCTH aproHa npu HOPMaNibHbIX YCNOBUAX
P,=1.7840 Mr/cm®. B pacyeTax ucnonb3osani OTHOLLIEHWE
% =1,28-107. YaenbHblil 06beM MOp paccyuTbIBaeTCA

L
no hopmyne:

_ Amicropg(STP)

= (5)
Pr

rne A, ... —COpPOLUMOHHAA EMKOCTb aproHa npyu HopManb-

HbIX YCMOBUAX MPYW 3aMN0JTHEHHbLIX MUKPOMNOPAX, BbIYNCIIEH-

Has MeTO4OM PerpecCMOHHOr0 aHanuaa no ypaBHEHUIO

Hy6uHunHa—Paayuikesnya, cm3/r.

Mpeobnapawwmn guaMmeTp nop OLUEHWBAKT METO-
Aom Xopeata-Kasasoe n Cauto-®ones. Teopus XopsaTa
1 Kasasoe (HK) onucbiBaeT B3auMoCBA3b OTHOCUTEbHOIO
[aBJieHnsa ¢ 3 (eKTUBHbIM ANAMETPOM NOp U3 N30TepM
agcop6buum a3oTa B MUKPOMOPMCThIX MaTepuanax Ha oc-
HOBE YpaBHEHWIA:

P NA (NSKAS + NaKAa)

fux (G1,d,), 6)

P ) RT  o'(i-2d,)

e 4 10

(o} (o3

Gl,d )= - -
fHK( ) 3(l—do) 9(1_0,0)9
o o
- +
3(d0)3 9(d0)9 ,(7)

Napametpbl d), 0, K, . K, . MOTyT ObITb paccunta-
Hbl C IPUMEHEHNEM YPABHEHNIA:

_d,+d, @
o 2 )
1
2\6
=|—1| d, 9
’ (5) : o
6mec2 Ot(v) a,
K, =— , (10)
4, a
YA #

3
K, :Emecz ay, (11)

YpaBsHeHue (6) NoKa3bIBAET, YTO 3aMOJIHEHWE MUKPOMNOP
[aHHOro pasmepa 1 )OpMbl NPOMCXOANT NPU XapaKTePHOM
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3HAYeHUI OTHOCUTENLHOMO AABMEHUs. TO 3HAYEHME [1aB-
NEHNA HaNpsSMY0 CBA3aHO C 3Hepruei B3anMoLencTBus
ajcopbeHT-aacopo6ar.

Canto u ®onen pas3sunum meTton XopsaTa
1 Kasazoe (HK) n paccuutanu adpdeKTnBHOE pacnpepese-
HIe Nop No pa3mepam AN M30Tepm aacopouny aproHa npu
87 K Ha ueonutax. OcHoBon metoaa Cauto u ®ones (SF)
SIBNAETCA YYeT LUANHAPUYECKOi reomeTpun nop. Ha oc-
HoBe Teopun HK Canto n ®oneii BbIBENN YPaBHEHWE, aHa-
nornyHoe ypasHeHuto HK, KoTopoe CBA3bIBAET [aBieHNe
3anonHexus mukponop P/P, n 3achhekTnBHbIA AuameTp
nop (BaHHOE ypaBHEHUE 1 UCMONb3YeTcsa AN BOCNPON3Be-
LEHNs pacnpeneneHns MUKponop no pasmepam):

P) 3aN,(NK,+NK,)

P ) 4 RT d*

o o

for (@, p1.d), (12)

rne

=(( 1 2d Y*
fsp(Oé,BJ,do)=k§ (m)(l— 10)

Ta6nuua 1. Mapamerpbl 419 aAcop6eHTa — LeonuTa

Table 1. Parameters for the adsorbent —zeolite

21 (2d, !
a) -a(4]])

MapameTpbl a, u ,Bk MOTYT ObITb pacCHUTaHb
C M0 YPABHEHUAM:

—4,5-kY
o, = T o, (14)

L5k
PEEESY PR

rea,=p,=1

[ns BbinonHeHus pacyetoB no metoay HK n SF Heo6-
XOAMMO 3HaTb 3HA4YEHUs NapameTpOB aACcOp6EHTa TaKnxX
Kak: o, %, d,, N,, a paBHO aACOPOLINOHHbIX NapaMeTpOB:
a,, %, d, W N, Haxe B Tabn. 1, 2 npusefeHbl 3Ha4eHNs
LaHHbIX napameTpos [3].

Mpeobnagatowwmnic guameTp onpeaenserca Kak moaa
pacnpejeneHns o6bema nop no AMameTpam ¢ BeNU4nHONA
MOAanbHOrO nHTepsana, pasHon 0,01 HM, no dopmyne:

(fm_fm—l)
(S = Lo )+ (S = Fr)

d.=X+h (16)

Benuuuna Enunuua usmepexui 06o3HayeHue Leonut
[onspn3yemocTb 10-% cm® Ol 2,50
MarxuTHas BOCIpUUM4MBOCTb 1029 cm® X 1,30
oBEPXHOCTHASA MNOTHOCTb (aTOMOB

0BEPXHOCTHasA NNIOTHOC (aTtomo 10 w2 N 131
Ha KBaJpaTHblA METP CTEHKM MOPbI) s
[nameTp HM ds 0,28
Ta6nuua 2. [TapameTpbl afgcop6aTa—aproxa
Table 2. Pameters for the adsorbent—argon

Benuuuna Enunuua usmepexui 06o03HayeHue Aprou
MonspuayemocTb 10-% cm® Oy 1,63
MaruutHas BOCNpMMM4MBOCTb 10-2° cm3 X 3,25
oBepXHOCTHAsA NIIOTHOCTL (aTOMOB

p ’ ( 1078 M2 N, 8,52
Ha KBaLpaTHbIA METP MOHOCO0A)
Inametp HM ds 0,34
|PSTI
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. OPUTWHATIbHBIE CTATbW / PazpaboTka, Mpon3BoACTBO CTaHAAPTHbLIX 06pa3LoB

rae X —HWKHAS rpaHuLa AnameTpa nop B MoAanbHOM
WUHTepBane;

h - Benn4nHa MOJanbHOrO NHTEPBANA;

Jon S 10 ]rsy —HACTOThI MOAAMBHBIX UHTEPBAMNOB COOT-
BETCTBEHHO (NpeAcTaBnaoLLmne cob0om 40N Nop, KOTOpbIe
3anomHeHbl BHYTPY MOAANILHOTO MHTEpBana).

JKCnepUMEHTAlbHbIE [aHHbIE

NpoBefeHHbIe UcCcneLoBaHNs nokasanu (puc. 1), 4to
OCHOBHas MOTePs Macchl LLeonnTa B pesynbrate Harpesa-
HUS 00YCNOBNEHA BbIAENEHNEM BOAbI NPK TemnepaTtype
300 °C. Kpome Toro, npu temnepatype 721 °C Habnogaet-
cs Bbigenenne CO, (m/z=44 a.e.m.), 470 NOATBEPXKAAETCA
[AHHbIMI CYMMapPHOr0 Macc-CneKTpa BeLecTs, BblAensto-
LLUXCS U3 MUKPOMOPUCTOrO LLEONNUTa B pe3ynbTarte Harpe-
Ba. Habntopaemoe npu temnepatype 1050 °C ymeHbLUEHNE
mMacchl 06pasLa LeonmTa CBA3AHO YXKe He ¢ [erasaumeit
martepuana, a ¢ ero pasnoxexuem. 06uias noTeps macchbl
coctasnset 14,24 %. OpueHTMPOBOYHO HA TaKMe 3HAYEHNS
noTepyu Macchl HEOO6XOAMMO BbIXOAUTb NPU TEPMOTPEHN-
poBKe 06pasLa nepej NpoBeAeHneM COpOLMOHHbIX N3Me-
peHwnii Ha 3T 210.

AHanu3a ueonuta ¢ NPUMEHEHNEM 3NEKTPOHHOIO MU-
kpockona AURIGA ¢ aHeproancnepcuoHHo npucTaBKoii
nokasan, 4To Uccrefyemblil LeosnT COLEPXUT B OCHOB-

HOM cnegytowme anemeHTbI: Al, O, Na, Si—koTopble BXoasT
B COCTAB LeonnTa Ny, [(AZO2 ), (SiO, )106] -xH 0.
VimetoTcs nuwwb Hebonblumne npumeck K, Ca, cogepxxaHue
KoTopbix MeHee 0,1 %. Hanuyne KpuctannnaawmoHHo BO-
Obl noATBEPXAEHO MeToaoM UK dypbe cnekTpoCcKonmu,
T.K. Ha VIK-CrnekTpe ymetoTcs criegyroLne nonocsl:

—B 06nacTn 3500 cM™' —3T0 BaneHTHble KonebaHus Mo-
NeKyn BOAbI;

—B o6nactu 1600 cm™' —3T0 gedhopmaLnoHHbIe Koneba-
HUS MONEKYN BOAbI;

—B 06nactu Huxe 1000 cm™' —nonockl NOrNOLWEHNS
NONUCHIINKATOB.

Ha mukpodoTtorpadgum (CM. puc. 2) XopoLo BULHbI
KpucTansbl LeonnTa pasiniyHon opmbl Ce4eHMEM OKO-
no (1-4) Mmkm, cocTasnaLye 06paseL, 4T0 XOpoLwo co-
rnacyercs ¢ JaHHbIMW U3roTOBUTENSA, KOTOPbIA MPUBOAUT
CpeaHuii paamep vactuy 2,34 MKM. 3Ha4eHus auameTpa
nop B LieONnUTax Haxoaatca B ananasoHe ot 0,5 [0 2 HM,
NnoaTOMYy YBUETb NMOPbI C MOMOLLbI PacTPOBOr0 3JeK-
TPOHHOIO MUKPOCKONA 3aTPYAHNUTENbHO. Hannyne MMkKpo-
nop B AnanasoHe ot 0,5 10 0,9 HM NOATBEPXKAEHO ra3oa-
COPOLMOHHbIM METOOM.

Mo pe3ynbTaTam U3MepeHMin ra3oacopbLUMOHHbIM
METOA0M BbIIBMIEHO, 4TO AN matepuana CO xapakTtepeH
| TN n3otepm copbumMK, KOTOPbIA HabNAaeTcs Ang Mu-

Mo Tox " 10-% jA
e JICK AimMB i)
ey 900.1°C T axx 60
100 _
08
98 1 L 50
06
% B
40
b4
= 04
g %
2 L 3.0
=
@ 92 1 02
(=]
=
- Ocrarowman macca 85.76 % (1099.8 *C) r20
00
m/z=18 aem.
J 10
® r/]
02
m'z=44 aem E
w B
o 0

400

600
Temneparypa™C

800 1000

Pnc. 1. T-[ICK paHHble s MUKPOMOPUCTOrO LieonuTa
Fig. 1. TG-DSC data for the microporous zeolite
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OPUTMHATIbHbBIE CTATbIW / PazpaboTka, mMpomM3BoacTBO CTaHAAPTHbIX 06pa3Los .

b

£
Mag= 982KX EHT= 500kV Signal A=InLens Photo No.=108Date :7 Dec 2015 Time :12:36:37
WD = 41 mm |Probe= 150 pA Collector Bias = 300V System Vacuum = 1.80e-006 mbar

Puc. 2. XapakTepHble MUKpOGOTOrpadpum MUKpONOPUCTOro LieoinTa (3neKTPOHHbIA Mukpockon AURIGA).
OTpe3oK COOTBETCTBYET 2 MKM

Fig. 2. Typical micrographs of the microporous zeolite (AURIGA electron microscope). The segment corresponds to 2 pym

KPONOPUCTbIX BELLECTB (CM. puc. 3). TUNUYHBIA BUE U30- OnpepeneHne METPOSIOrMYECKUX XapaKTepuc-
Tepmbl cop6uum aproxa uccnegyembim GO npefcTaBned  TUK CTaHZAPTHOrO o6pasua

Ha puc. 3, a TUMMYHbIE Pe3ynbTaTbl 06pPa6OTKN N0 TEOPUK Onsa onpefeneHns COpPOLMOHHbIX CBOWCTB HAaHO-
JaHrmiopa, Xopearta-Kasasoe n Canto-®ones npuseseHbi nopuctoro Leonuta 6610 ucnonb3osan MAT 210-2019
Ha puc. 4-5. focynapCTBEHHbI NEPBUYHbIA 3TANOH eANHWUL, YAENbHOIA

—_
[\

—
(=]

o]

VYnenbHas ancopOIus aproHa, MOJIb/KT
[o)}

0 0,01 0,02 0,03 0,04 005 006 007 008 0,09 0,1

OtHocurensHoe naienne P/P

Puc. 3. isoTepma cop6buuu aproHa mukponopucTeiM Leonutom npu 87 K, nonyyeHHas Ha 3T 210-2019
Fig. 3. The isotherm of argon sorption by microporous zeolite at 87 K obtained on GET 210-2019
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. OPUTWHATIbHBIE CTATbW / PazpaboTka, Mpon3BoACTBO CTaHAAPTHbLIX 06pa3LoB

0,008 +
0,007 -
0,006 -
0,005 -
0,004 -
0,003 -
0,002 -
0,001 -

0 T T T T T T T 1
0 0,2 0.4 0,6 0.8 1 1,2 1.4 1.6
P.klla

y =0.0047x+0,0002

P/A, xlTa/r-cm?

Puc. 4. Tpadhuk B KoopanHaTax JIsHrMiopa Ans BbIYUCNEHUS YAebHOA NOBEPXHOCTU, NONYyYeHHbIA Ha AT 210-2019
Fig. 4. The graph in the Langmuir coordinates for calculating the specific surface area obtained on GET 210-2019

0,18
0,16
L 014
£0,12
= 01
0,08
0,06
0,04
0,02

0
0020 1 2 3 4 5 6 7 8 9 10 11 12 13 14 15 16 17

Craaxennsle 3naucHue dV/dW,

[[Iupuna nop, A

Puc. 5. PacnpefeneHue nop no anameTpam Ansg MUKPONOPUCTOro LieonnTa, NOCTPOEHHOE
C npumeHeHnem Teopun Xopearta-Kasazoe ¢ Cauto-®ones, nonyvyeHHoe Ha AT 210-2019.

Fig. 5. The pore diameter distribution for microporous zeolite, constructed
using the Horvath-Kavazoe and Saito-Foley theory, obtained on the GET 210-2019.

afcop6buun rasos, YOeNbHOW NMOBEPXHOCTU, YAENLHOTO  W3MEPEHW KON aTTeCTYeMON XapakTepucTuku. OueHka
o6bema nop, paamepa nop, OTKPbLITOI MOPUCTOCTH, KO-  CTaHAAPTHOI HEOMPeeNEeHHOCTM, 00YCIIOBIEHHOI HEOHO-
numMeHTa ra3onpoHMLaeMoCTI TBEPAbIX BELLECTB U Ma-  POAHOCTbIO, NPeACTaBNeHa B Ta6n. 4, 5, rae P —naeneHue
Tepnasnos, KOTOPbI UMEET METPONOrM4ecKne xapakTepu-  aproxa, ,—AaBneHue HaCbILLEHHbIX NapoB aproHa.
CTUKW, NPeACTaBeHHble B Tabn. 3. CTaHmapTHY HeOMnpefeNieHHOCTb, 06YCNOBEH-
HYI0 HEOAHOPOAHOCTBIO MEXAY 3K3eMMAgpamMu, OLEHUM
UccnepoBaHve ogHOPOAHOCTM CTaHAAPTHOrO no chopmyne
oGpasua u, =(MS, - MS,)/J . (17)
ViccnenoBaHne 0gHOPOAHOCTU MaTepuana o6pasLoB
npoBoAunN B cooTBeTCTBUM C [4]. Matepnan CO 6bini Twa-  rge Y
TeNbHO NnepeMellaH u pacdacoBaH Mo 3 I B CTEKNAHHbIE = =\2
6aHKu B konuyecTse 40 ak3. OT6Mpanu ot 1 napTum cnyyan- MS, = JZ(Xn o X) /(N_ 1) (18)
HbIM 06pa3om (/N = 8 ak3emnnspos) u nposogunu (J = 2)

n=1

PCTl
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OPUTMHATIbHbBIE CTATbIW / PazpaboTka, mMpomM3BoacTBO CTaHAAPTHbIX 06pa3Los .

Ta6nuua 3. MeTponornyeckue xapaktepuctuku 3T 210-2019
Table 3. Metrological characteristics of GET 210-2019

HaumeHoBaHue

3Ha4yeHue XapaKTepUCTHKM

YnenbHas YnenbHas YaenbHbli OTKpbITan Koadybuument
XapaKTepUCTUKK Pa3mep nop P ra3onpoHuLae-
aacopoéuus NOBEPXHOCTb o6bem nop nopucTocTb MOCTH
07 0,001 o 010,10 no 010,05 80 (0710,4-10° no 0 or1-10-°
Aluanasow 250 monb/Kr 2500 m?/r 2,00 cm3/r 70-10%m 073 A0 50% [0 5 MKM?2
OtHocuTenbHoe CKO
pesynbrata usmepenuit, | ot 0,02 go 1,0 | ot 0,05 50 0,8 | 01 0,09 0 0,9 | 01 0,09 80 2,0 {07 0,002 0 1,5 07 0,04 10 1,2
Sy, % (n=15)
[paHmMLbl OTHOCUTENb-
HON HEUCKJTHYEHHON
CUCTEMATUNYECKONA 010,2p001,0 | 01040011 | o101 001,1 |070,25005,0{ 070,04 102,1|0710,17 n02,7
norpewHocTy, 6,
% (P =0,95)
OTHocuTEnbHas
CTaHJapTHas Heonpe-
JeNEeHHOCTb TUna A 010,02 10 1,0 /070,05 10 0,8 |07 0,09 10 0,9 {071 0,09 50 2,0 |07 0,002 50 1,5{ 070,04 go 1,2
(4ns 5 He3aBUCUMbIX
n3mepeHun), u,,, %
OTHOoCcUTENbHAsA CTaH-
napTtHas HeonpegeneH- (010,09 100,5( 010,200 0,6 {01 0,05 800,6 | 070,13 802,6 | 070,02 5o 1,1 | 010,09 o 1,4
HOCTb TUNa B, uy,, %

Ta6nuua 4. OUeHKA CTaHAAPTHON HEONPeeneHHOCTM, 06YCNOBEHHOI HEOAHOPOAHOCTLIO, ANS YAENbHON
nosepxHocTu (J1aHrmiop) S, yaensHoro o6bema nop ¥, npeobnapatowuin anameTp D nop
Table 4. The estimation of standard uncertainty due to heterogeneity for specific surface area (Langmuir) S,
specific pore volume ¥, predominant pore diameter D

axse:'rllr:::a co S (NMaurmiop), m2/r V,em/r D, HM
1 805,5 808,9 0,2913 0,2929 0,6329 0,6371
2 835,0 807,4 0,2882 0,2928 0,6373 0,6382
3 804,1 790,4 0,2912 0,2868 0,6381 0,6386
4 800,1 801,7 0,2909 0,3022 0,6382 0,6401
5 802,3 808,2 0,2907 0,2896 0,6377 0,6363
6 791,0 791,9 0,2917 0,2942 0,6439 0,6460
7 810,4 808,4 0,2934 0,2938 0,6381 0,6388
8 809,9 800,0 0,2926 0,2863 0,6424 0,6377
CTaHaapTHas Heonpeae-
NEHHOCTb, 06YC0BNEHHAS 6,6 m?/r 0,0019 cm®/r 0,0026 HMm
HEOAHOPOAHOCTbIO
I |P STI Measurement standards. Reference Materials Vol.16. Ne1, 2020 [KK]
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. OPUTMHAJIbHbBIE CTATbW / PaszpaboTka, Mpon3BoACcTBO CTaHAAPTHbIX 06Pa3L0oB

—ncnepcus Mexay pesynstatamu, Noay4YeHHbIMM Ans pas-
HbIX 6AHOK C ueonmom

MS, = ZX -X, /NJI (19)

—aucnepcus, 06ycrioBieHHas pesyfibTatamu U3MepeHuil
B OJHOM 3K3EMNNspe; Xn/ —J-N pe3ynbTat eANHUYHOIO
N3MEpPEHNs B 72-M 3K3EMMNIIAPE;

J — N
X, :Zan/J;X:ZXn/N (20)

Jj=1 n=1
[MoBTOPAEMOCTb U3MEPEHU B AAHHOM Clly4ae cpas-

HAMA C WX MPEeLM3NOHHOCTbIO, NO3TOMY B Clyyae, eciu
MS, < MS,, To cTaH#apTHY0 HEONpe/AeNneHHOCTb OLie-

HUM KaK
u, = \/MSI /2 Vs, (21)

Vis, = N (J —1) - sucno creneneii cao6oas!.

B KayecTBe CTaHAAPTHOM HEOMPEAENIEHHOCTN OT HEOA-
HOPOAHOCTM NPUHUMANIN MAKCUMaSIbHOE 3HA4Y€eHIe, BbIYUC-
neHHoe no dpopmynam (17) u (21).

Ha puc. 6 npefctasfieHa 3aBUCUMOCTb CTaHAApT-
HOUi HeonpefeNieHHOCTU OT HeogHopogHocTh (CKO
OT HEOLHOPOLHOCTM) YAENbHON afcopOLNM aproHa ue-
ONUTOM OT OTHOCWUTENbLHOTO AABNIEHNS, KOTOpPAs X0po-
IO OMMUCLIBAETCA NIOrapuMU4YecKon PyHKLNEen suaa

u, = 0.11551n(P/P,) + 1,5465 (8 cny-
4ae MONYYEHU OTPULATENbHbIX 3HAYEHUI CTaH-
BapTHOW HEOMpeAeneHHOCTM OT HEOAHOPOAHO-
CTU (u,) NPU HU3KUX OTHOCUTENbHBIX AABNEHUSX
P/P,< 0,5 - 10°° B kayecTBe OLEHKN NCMONb30BANH

1
E'Z/IA, rhe u, —CTaHAapTHAA HEONMPEAENTEHHOCTb TUMa

A BOCNPOM3BEAEHUSA eANHULbI YAENbHON aAcop6Lumn apro-
Ha ueonmtom Ha 3T 210.

UccnepoBaHue cTabunbLHOCTU CTaHBAPTHOIO

ob6pa3ua

CtabunbHocTb CO, BbIpaXatoLyoCs B HEU3MEHHOCTH
3HA4YeHMII aTTECTOBAHHON XapakTEPUCTUKN BO BPEMEHN
npu co6M0AEHNN YCNOBUN XPAHEHNA U NPUMEHEHNS, UC-
CllefloBany Knaccu4yecknm MeToLOM COrflaCHO PEKOMEH-
Jauuam, npueefeHHsIM B [4—6]. PesynbTtatbl M3MepeHuil
o6pabatbiBann MeTOLOM PErpecCMOHHOro aHanmaa [4]:

y=b,+ byt (22)

rAe )y —uccneayemas Xxapaktepuctuka (yaenbHas agcop6-
Lms, yaensHas NOBEPXHOCTb, YaellbHbI 06beM 1 npeobra-
JaloWnin gnameTp nop); bo, bl—HGOI'IpeD,eJ'IeHHbIe Ko3(p-
(PMUMEHTbI MOAENN, OLIEHNBAEMbIE METO0M HAUMEHbLLNX
KBAJpaToB; f— KOJINYECTBO [Heil, Npoweawmnx ¢ MOMeH-

Ta6nuua 5. OLEHKA CTaHAAPTHOM HeonpeaeneHHOCTH, 06YCNOBNEHHO HEOAHOPOAHOCTbIO, ANA YAENbHOI

aacop6uuu aproHa A

Table 5. The estimation of standard uncertainty due to heterogeneity for specific argon adsorption 4

YpenbHas agcop6uma aproHa npu TeMnepartype XuAaKoro aproia 4, cmi/r,
Homep npu 0THOCUTENbHOM [1aBNeHun P/P,
ak3emnnspa CO
1,10.10°¢ 1,11.105 1,31.10* 11.10°
1 2,200 2,267 5,476 5,786 34,877 | 34,374 | 164,364 | 164,983
2 2,239 2,137 5,347 5,142 33,195 | 32,815 | 162,484 | 164,289
3 2,224 2,217 5,383 5,318 32,849 | 32,079 | 162,484 | 160,671
4 2,203 2,199 4,893 4,499 31,978 | 34,521 | 162,707 | 159,039
5 2,209 2,240 5,423 5,691 33,470 | 33,717 | 163,595 | 166,580
6 2,242 2,231 5,401 5,474 33,776 | 33,449 | 162,723 | 162,918
7 2,244 2,229 5,471 5,258 35,212 | 34,532 | 164,392 | 163,514
8 2,229 2,262 5,740 5,108 34,854 | 32,338 | 165,790 | 161,292
CTaHpgapTHas Heonpepe-
NEHHOCTb, 00YCNIOBIEHHAS 0,17 0,23 0,43 0,71
HEOAHOPOJHOCTbIO, CMS/T
SrtanoHbl. CraHpapTHble o6pasubl T.16. N21, 2020 1N
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OPUTMHATIbHbBIE CTATbIW / PazpaboTka, mMpomM3BoacTBO CTaHAAPTHbIX 06pa3Los .

Ta6nuya 6. OLEHKA CTaHAAPTHOW HeONpPeaeneHHOCTH, 00YCNOBAEHHOI HEOAHOPOAHOCTbIO, ANS YAENbHON
ajacop6uuu aproHa A
Table 6. The estimation of standard uncertainty due to heterogeneity for specific argon adsorption 4

YaenbHas agcop6una aproHa npu TeMnepaType XuaKoro aproia 4, cme/r,
Homep npu OTHOCUTENbHOM fiaBnexuu P/P,
aksemnnspa CO
1,20.102 1,01.10"
1 204,818 205,416 221,230 222,514
2 202,224 204,896 218,813 222,268
3 204,354 200,871 221,428 217,881
4 203,136 202,449 220,828 227,309
5 203,850 206,010 220,901 220,502
6 200,164 200,065 220,817 223,571
7 205,556 204,895 222,233 223,029
8 205,657 200,364 222,525 217,681
CTaHpapTHas Heonpege-
NEHHOCTb, 00YCNIOBJIEHHAS 1,13 1,25
HEOAHOPOHOCTbIO, CM/T

1,4

*

1
0,8 /
0,6 f
0,4 i
0,2 T

O I I I T T I 1
0 2,00-10%? 4,00-107 6,00-107 8107 1,00-10* 1,2:10*

CTaHpapTHas Heonpeae eHHoCTb
OT HEOAHOPOAHOCTH, CM3/T

P/Po

Puc. 6. 3aBMcMMOCTb CTaHJAPTHON HEONPELENEeHHOCTN OT HEOAHOPOAHOCTY YAENbHON aficopbLMM aproHa LeonnToM 0T OTHOCH-
TeNbHOro AaBneHuna

Fig. 6. The dependency relation of standard uncertainty due to the heterogeneity of specific adsorption of argon by zeolite from
relative pressure
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. OPUTMHAJIbHbBIE CTATbW / PaszpaboTka, Mpon3BoACcTBO CTaHAAPTHbIX 06Pa3L0oB

Ta6nuua 7. Pe3ynbTaTbl U3MEPEHNIi COPOLIMOHHBIX CBOUCTB C TeYEHEM BPEMEHM

Table 7. The results of measurements of sorption properties over the time

A A A A A A
AHK S, m?/r V, em3/r D, Hm (45.10%), | (1,1.10%), | (1,3-10%), [ (1,1-10%), | (1,1.10%), | (1,01.107),
cmi/r cmi/r cmd/r cm3/r cm/r cmi/r

1 805,50 0,2913 0,633 1,376 5,476 34,877 | 164,364 | 204,818 | 221,230
3 808,90 0,2929 0,637 1,683 5,786 34,374 164,983 | 205,416 | 222,514
26 835,00 0,2882 0,637 1,913 5,347 33,195 162,484 | 202,224 | 218,813
34 807,40 0,2928 0,638 1,875 5,142 32,815 | 164,289 | 204,896 | 222,268
37 804,10 0,2912 0,638 2,034 5,383 32,849 163,871 | 204,354 | 221,428
42 790,40 0,2868 0,639 1,738 5,318 32,079 160,671 | 200,871 | 217,881
47 800,10 0,2909 0,638 1,766 4,893 31,978 162,707 | 203,136 | 220,828
58 801,70 0,3022 0,640 1,668 4,499 34,521 159,039 | 202,449 | 227,309
62 802,30 0,2907 0,638 2,039 5,423 33,470 163,595 | 203,850 | 220,901
63 808,20 0,2896 0,636 2,177 5,691 33,717 | 166,580 | 206,010 | 220,502
7 791,00 0,2917 0,644 1,614 5,401 33,776 162,723 | 200,164 | 220,817
74 791,90 0,2942 0,646 1,698 5,474 33,449 162,918 | 200,065 | 223,571
76 810,40 0,2934 0,638 1,750 5,471 35,212 164,392 | 205,556 | 222,233
79 808,40 0,2938 0,639 1,696 5,258 34,532 163,514 | 204,895 | 223,029
146 809,90 0,2926 0,642 2,038 5,740 34,854 | 165,790 | 205,657 | 222,525
151 789,30 0,2863 0,638 1,906 5,108 32,338 161,292 | 200,364 | 217,681
600 800,00 0,2918 0,64 1,802 5,380 33,60 163,400 | 204,000 | 221,500

Ta Hayana uccnenoBaHns ctabunbHocTn matepuana GO.
Pe3ynbTathl NpeAcTaBfieHbl B Tabn. 7.

Mocne oueHKN KO3t duLneHTos b, b, oLeHUM 3Ha-
YUMOCTb KO3 PULNEHTOB perpeccum no -kputepuio.
CpaBHUM NOJTy4EHHOE 3HAYeHIe ¢ C KBaHTMNEM pacnpefene-
Hus CTblofieHTa. [MNOTE3Y 0 HE3HAYMMOCTM KO3 dULMEHTA
perpeccun b, NPUHAMAOT, €CN BbIMONHAETCS HEPABEHCTBO

1<ty 005 (23)

rae 1, ) o;—KBaHTUNb pacnpefenexns CTbtofieHTa Npun fo-
BepuTeNibHON BepoATHOCTM 0,95 1 yucne cTeneHeil cBo-
60/ibl, PaBHbIM -

B cnyyae ecnu KoadpuLMeHT perpecciun bl He3Ha4um,
TO CTaHAAPTHYO HEONPEAENEeHHOCTb, 06YCNOBNEHHYIO He-
CTabUIIbHOCTBIO, paccyuTaem no popmyne

u=1rtu,, (24)

m SrtanoHbl. CraHpapTHble o6pasubl T.16. N21, 2020

rAe ! —KONMnU4ecTBO JiHEN, KOTOPOE NPUNACHIBABTCA KaK
cpok rogHocTn CO B nacnopre; u, —CTaHAapTHas Heonpe-
[eNIEHHOCTb KO3hULMEHTa perpeccum bl. Pesynbrathbl
06paboTku npeacTassieHbl B Ta6n. 8.

Ha puc. 7 npeacTasreHa 3aBucMOCTb CTaHAAPTHON HeO-
npeneneHHocTy oT HectaburbHocTh (CKO oT HecTabunbHOCTH)
yaeNbHO aAcopouyumn aproHa LieosIMToM 0T OTHOCUTESTbHOTO
[JaBneHus, KOTopas XOpOLLO OMKUCHIBAETCA NOrapuPMU4ecKoil
dyrkumei uga u, = 0,15171n(P/P,) + 2,0368 (8 cnyae
NOJY4YeHNs OTPULATESIbHbIX 3HA4YEHNIA CTAaHAAPTHO Heomnpe-
JeSIEHHOCTI OT HECTAOUBHOCTH (24,) NPY HU3KMX OTHOCUTES1b-

S

Hbix ganexusix P/P, < 0,5 107 B ka4ecTse OLEHKY MCnonb-
1

30Banun E‘UA, rae U, —CTaHAapTHas HeonpeneseHHoCTb

Tna A BOCNPOU3BEAEHNS eNHULbI YAENbHOW afcopoLum
aproHa ueonutom Ha 3T 210.
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Ta6nuua 8. PesynbTaTbl CTATUCTUYECKON 06PAa6GOTKU AaHHbIX Tabn. 7 AN OLUEHKW CTaHAapPTHOM
HeonpenesieHHOCTU, 00YCNOBIEHHON HECTabUITbHOCTbIO
Table 8. The results of the statistical processing of the data in table 7 for evaluation of standard uncertainty

due to instability

CtaHpapTHas Heonpepe-
ATTecTyemas xapakTepucTuka Haknon 3aBucumocTy b, cm':g:ﬂ:i: Zeonpene- NEHHOCTS, 06YCOBEH-
1 U, Hasi HECTabUNbHOCTbIO
u, (2, = 360 gHen)

YnenbHas NOBEPXHOCTb, M2/T -0,01 0,02 72
YnenbHblit 06beM nop, cm/r -0,000001 0,000007 0,0024
Mpeo6nagaroLnii LuameTp nop, HM 0,000002 0,000006 0,002
YaenbHas aacopbLns aproxa npu
P/P, = 4,5+ 10°, cvr 0,0001 0,0004 0,1322
YnenbHas aacopbums aproHa npw
P/P, = 1,1+ 107, cM¥/r 0,0001 0,0006 0,2117
YaenbHas agcopbuma aproHa npu
P/P, = 13- 10, cw¥lr 0,000003 0,0019 0,6803
YaenbHas aacopbLns aproxa npu
P/P, = 1,1-10%, cwr -0,0001 0,0035 1,2487
YaenbHas aacopbLns aproxa npu
P/P, =1,1- 102, cvr 0,0001 0,0039 1,4003
YoenbHas afcop6bums aprosa npu
P/P, = 1,01 107, cu¥/r -0,0003 0,0042 1,5253

B pesynbraTe yCTaHOBMEHO, H4TO CPOK FOAHOCTM CO-
cTaBnseT 12 mecsLes. )

AttectoBaHHoe 3HadeHne CO A ougHMBann Kak cpe-
HeapuMeTM4ecKoe BCeX Pe3yNbTaTos:

za:iXi/n.
i=1

PaclumpeHHyt HeonpeneneHHoCTb aTTeCTOBAHHOIO
3HA4€HNA OLEHNM KaK

U:2\/ui+ué+u,f+usz, (26)

(29)

rfie U ,—CTaHAapTHasA HeonpeaeneHHocTb Tuna 4, oLeHu-
Baemas Nno 3KCMepuMeHTaNnbHbIM AaHHbIM COrNacHo [7];
Uy —CTaH[APTHAsA HEONPEAENeHHOCTb TUNa B B cooTBeT-
cTBMM ¢ nacropTom Ha 3T 210; v, — cTaHpapTHas Heo-
NpefesieHHoCTb, 00YCI0BNEHHAA HEOAHOPOAHOCTLI0 CO;
U —CTaHAapTHaA HEeoNnpeaeNeHHOCTb, 00YCOBIeHHAs
HecTabunbHoCTbio CO.

Brof)KeTbl HEOMpPeAeNeHHOCTI aTTECTOBAHHbIX 3HAYe-
Huit GO npuseaeHsl B Tab6n. 9, 10. [lokyMeHTbI Ha pa3pabo-
TaHHbIN CO odhopmIieHbl B COOTBETCTBMM C [8].

|PCT

[ns oueHku npurogHocT CO 1 ccnenoBaHus ero Kom-
MYTaTUBHOCTU BbISIM NPOBEAEHbI M3MEPEHUS B CTOPOHHUX Na-
6opaTopusx 1 NoKasaHa NnpMMeHNMOocTb pa3paboTtaHHoro GO
Mo M3MEPEeHIIo NPeobajatoLLero AnameTpa nop He Tonbko
npu UCMNONb30BaHUMN B Ka4eCTBe afcopbaTa—aproHa, a Tak-
e a30Ta. [1poBe/IeHHbIE MCMbITAHNS NOKa3anm NPUrofHOCTb
paspabotaHHoro CO ans noBepKM n KanMbpPOBKM Pa3fnyHbIX
TUNOB ra30aACcoPOLIMOHHbIX aHAaNN3aTOPOB, B KOTOPbIX UMe-
eTca (PyHKUMA aHann3a Mukponop. Takxxe paspaboTaHHbIN
CO 6b11 UCNOJSTb30BAH NPYW UCMBITAHUAX aHANN3aTOPa raso-
azcop6umoHHoro Quantachrome B Liensix yTBepXXAEHUS TUNA.

3aknoyeHne

B pesynbrate npoBeAeHHbIX UCCNeAoBaHniA cozgan CO
COPOLIMOHHBIX CBOMCTB HaHONOpMCTOro Leonuta (Zeolite CO
YHUWM). CtangapTHbIn 06pasel, paccacosaH no 3 1 B 6aHKu
C 3aBuHYMBaOLLMMUCS Kpbikamu. Cpok rogHocTn GO —12
mecsueB. CTaHAapTHbI 06pa3el NpeaHa3HadveH ans Kanu-
OPOBKI CPELACTB M3MEPEHNIA U KOHTPOSA TOYHOCTU PesyribTa-
TOB 3MEPEHUI COPOLMOHHBIX XapaKTEPUCTUK MUKPOMOPU-
CTbIX MaTepuasnoB, MOXET ObiTb MPUMEHEH AN aTTecTauun
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0 2,00-107 4,00-1072 6,00-10 81072 1,00-10* 1,210
P/Po

CTaHgapTHas HeonpeaeneHHoCTb
OT HecTabunbHOCTH, CM3/T

Puc. 7. 3aBMCMMOCTb CTaHAAPTHON HEONPeeNIeHHOCTI OT HECTABUNBHOCTY YAENbHOM afcop6Lunm aproHa LeonnTom
OT OTHOCUTEJSIbHOrO [laBNeHns
Fig. 7. The dependency relation of standard uncertainty due to the instability of specific adsorption of argon by zeolite
from relative pressur

Ta6nuua 9. BIOAXET HEONpPeaeNeHHOCTI aTTeCTOBAHHbIX 3HaYeHuin GO
Table 9. The uncertainty budget of the reference material certified values

ATtTecToBaHHas ATTECTOBaHHbIE u u u Uk =2, Uo (k=2,

XapakTepucTuka 3HaveHus CO ’ " ¢ P=095 P=0,95),%
YnenbHas NOBEPXHOCTb, M2/T 804,0 7,2 6,6 10,5 20,9 2,6
YnenbHblit 06beM nop, cm®/r 0,2918 0,0024 0,0019 0,003 0,0064 2,2

MpeobnagatoLmnin guameTp
nop, HM

0,639 0,002 0,003 0,007 0,014 2,2

Ta6nuua 10. ATTECTOBAHHbIE 3HAYEHUS 3aBUCUMOCTM YAENbHOW afcopbunm aproHa npu Temneparype
XWUKOro aproHa oT OTHOCUTENbHOMO AaBMIEHNS XUAKOro aproHa P/Po v ux 610[KeT HeonpeaeneHHOCTH
Table 10. The certified values of the dependency relation of specific argon sorption at the liquid argon
temperature from the relative liquid argon pressure P/Po and their uncertainty budget

Ne P/P, As, cmé/r A, Monb/Kr u,, cm3/r u,, cm/r ug, cm/r U, cmé/r rlnju(ﬁ:/i)r,
1 1,011-10® 0,233 0,0104 0,027 0,009 0,009 0,060 0,0027
2 1,217-10-6 0,353 0,0158 0,048 0,016 0,016 0,107 0,0048
3 1,565-106 0,492 0,0219 0,023 0,008 0,008 0,051 0,0023
4 1,638-10° 0,489 0,0218 0,074 0,025 0,016 0,158 0,0071
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MpogonxeHne tTaén. 10
Continued tabl. 10

Ne P/P, As, cm¥/r A, Mmonb/Kr u,, cM3r u,, cm/r u, cm/r U, em®/r ﬂﬁ:/i)lj
5 2,019-10¢ 0,830 0,0370 0,041 0,032 0,048 0,141 0,0063
6 2,622-106 0,990 0,044 0,113 0,062 0,087 0,311 0,014
7 3,418-106 1,417 0,063 0,057 0,093 0,127 0,335 0,015
8 4.419.10 1,971 0,088 0,060 0,122 0,166 0,430 0,019
9 5,750-10 2,28 0,102 0,191 0,153 0,206 0,64 0,029
10 7,531-10¢ 3,03 0,135 0,259 0,184 0,247 0,81 0,036
11 9,854.10¢ 3,74 0,167 0,422 0,215 0,288 1,11 0,049
12 1,292-10°° 4,83 0,216 0,388 0,246 0,329 113 0,050
13 1,699-10° 6,85 0,306 0,084 0,278 0,371 0,94 0,042
14 2,227-10°° 8,62 0,384 0,144 0,309 0,412 1,07 0,048
15 2,908-10° 10,92 0,487 0,177 0,340 0,452 1,19 0,053
16 3,802-10°° 13,50 0,602 0,275 0,371 0,493 1,35 0,060
17 4,891.10°° 17,17 0,766 0,210 0,400 0,531 1,39 0,062
18 6,306-10"° 21,02 0,938 0,266 0,429 0,570 1,52 0,068
19 8,057-10°° 26,86 1,198 0,238 0,458 0,607 1,59 0,071
20 1,028-10+ 33,28 1,485 0,347 0,486 0,644 1,76 0,078
21 1,308-10* 42,52 1,897 0,379 0,514 0,680 1,87 0,083
22 1,684-10+ 55,47 2,475 0,364 0,543 0,719 1,94 0,087
23 2,124.10* 71,70 3,199 0,591 0,570 0,754 2,23 0,099
24 3,433-10* 111,59 4,979 0,486 0,625 0,827 2,29 0,102
25 4,347-10* 127,52 5,689 0,535 0,652 0,863 2,41 0,108
26 5,414-10* 139,50 6,224 0,738 0,678 0,896 2,69 0,120
27 6,855-10 148,76 6,637 0,988 0,705 0,932 3,06 0,137
28 8,707-10+* 157,35 7,020 0,655 0,733 0,968 2,76 0,123
29 1,096-10° 163,26 7,284 0,898 0,759 1,003 3,09 0,138
30 1,393-10°° 170,19 7,593 0,730 0,787 1,039 2,99 0,133
31 2,251-10°3 180,45 8,051 0,762 0,842 1,112 3,18 0,142
32 3,613-10°° 188,32 8,402 0,965 0,897 1,184 3,54 0,158
33 4571-10°° 193,10 8,615 0,687 0,924 1,219 3,35 0,150
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OKkoH4YaHue Tabn. 10
End of tabl. 10

Ne P/P, As,em¥/r | A, monb/kr u,, cm/r u,, cM3/r ug, eM3/r U, em¥/r ﬂﬁ:/i)r’
34 5,771-10° 195,24 8,711 0,957 0,951 1,255 3,68 0,164
35 7,298-10°2 197,93 8,831 0,972 0,978 1,290 3,78 0,169
36 9,385-10°3 201,65 8,997 0,914 1,007 1,329 3,80 0,170
37 1,180-10 203,36 9,073 0,971 1,034 1,363 3,93 0,176
38 1,512-102 205,75 9,179 0,844 1,062 1,401 3,90 0,174
39 1,900-102 207,60 9,262 0,860 1,089 1,436 3,99 0,178
40 2,411-10 210,14 9,375 0,928 1,116 1,472 413 0,184
41 3,056-10? 212,13 9,464 0,913 1,144 1,508 4,20 0,187
42 3,882-10 213,88 9,542 0,924 1171 1,544 4,29 0,192
43 | 4912E-10%| 215,60 9,619 0,911 1,198 1,580 4,36 0,195
44 6,219-10-2 217,37 9,698 0,920 1,226 1,615 4,45 0,199
45 8,074-107? 220,13 9,821 0,932 1,256 1,655 4,55 0,203
46 1,016-10" 222,47 9,926 0,910 1,282 1,690 4,62 0,206

METOAUK COOTBETCTBYHLINX U3MEPEHWNIA, LNS UCTbITAHWIA
Cl n CO B uensx yTBepKAeHUs TMNA 1 Ansg Apyrux Buaos
METPOJIOrNYecKOro KOHTPONS NP COOTBETCTBUM Er0 METPO-
NOTNYECKNX XapakTepuUCTUK YCTAHOBMNEHHbLIM TPEOOBAHUAM.

Paspa6oTanHblit CO umeeT NpsiMyto NPOCHEXMBEMOCTb
K 3T 210-2019 n 3aperucTpoBaH B [0CYyAapCTBEHHOM
peecTpe YTBEPXKAEHHbIX TUMOB CTaHAAPTHbIX 06Pa3L0B
Poccuiickoin ®epepaunn nog Homepom GO 10734-20152.

2[C0O 10734-2015 CO copOLUNOHHbIX CBONCTB HAHONOPUCTOrO
Leonuta (Zeolite CO YHWUM) // ®epepanbHblil MHGOPMALNOHHbINA
thoHA no o6ecneyeHunto eanHcTea uamepernii [Ocuu. caint]. https:/
fgis.gost.ru/fundmetrology/registry/19/items/389448

JINTEPATYPA

Ha oCcHOBe aTTeCTOBaHHbIX 3HAY€HUI YebHON afcopoLmm
aproHa OT OTHOCWUTESIbHOr0 LaBJieHUs aproHa BO3MOXHO
NPOBECTW aTTECTALMI0 UHTEPECYHOLLMX BEUYUH (YAENbHON
NOBEPXHOCTH, YAe/IbHOro 06bema 1 pasmepa nop) ¢ npume-
HEHWEeM PasfinyHbIX TEOPWIA, NPU 3TOM OTCYTCTBYET HE0O-
X0LMMOCTb B NPOBESEHUN SONOMHUTENbHbIX IKCNEPUMEH-
TaJIbHbIX UCCNEef0BaHUA. B CBA3U C 3TO 0COBEHHOCTHIO,
paspaboTaHHbiin CO ABNAETCA YHNBEPCABHBIM.
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ABTOp ABNAEGTCA YNEHOM PEAAKLNOHHON KOMMeruu
XypHana.
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