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B macrosimeii crarbe 00CysKIaeTcs BOIPOC 00ECIIeYeHUs MMPOCIEKHBAEMOCTH PE3yIbTaTOB
oIpeaeseHnusa BOAbI B TBEPAbIX M HKUAKNX BellleCTBaX W MaTepuaaax. PaCCMOTpeHLI JITaIlbl
PpaspaboTKH U COBEPIIIEHCTBOBAHUS, a TAKKe cocTaB ['0cyJapCcTBEHHOrO IEPBUYHOIO STAIOHA
€TUHUI] MACCOBOH JIOJIM ¥ MAacCOBOM (MOJITPHOM) KOHIIEHTPAITUN BOABI B TBEPIABIX U JKUTKAX
BerriecTBax U Marepuanax ['OT 173. Boiasnens: npo6iemMbl OrpaHUYeHHON TPHMEHUMOCTH
STAJIOHA IS Pa3IesIeHus BOAbI C PA3IHYHBIMHU SHEPTUSMU CBI3H, 8 TAK/KE HEBO3MOKHOCTH
UIeHTU(DUKAIINN OTIUIHBIX OT BOJBI JIETYINX COSMUHEHUN IPU TePMUIECKOH 06paboTKe uc-
cremnyeMbix MarepuasioB. Ilpencrasiens! pesyiabrarsl coBepiiencTsoBanus [T 173 myrem
BKJIFOYEHHS B €r0 COCTAB JOIOJHHUTEILHON 3TAJOHHOM YCTAHOBKM, PEAU3YIOIIEH MEeTOIbI
Tepmorpasumerprdeckoro ananusa (TT'A), nuddepeHnraabHOl CKAHUPYIOIIEH KaTopHUMeT-
puu (JICK) u macc-ciexrpomerpun (MC). Omricans! cocTaB v IPUHITUI TeHCTBHUA HOBOH 9Ta-
JIOHHOM yCTAHOBKHU. IIpencTaBiieH aJirOpuT™M OLIEHKH HEOIIPEIeI€HHOCTH BOCIPOW3BEIECHUS
€/IMHUIBI MACCOBOK JIOJIM BOJBI C IIPUMEHEHNEM JAHHOU STAJOHHON YCTAHOBKU U BBIABIEHBI
WCTOYHWKHA HeolpeeseHHOCTH. [IpuBeieHnl pesyibraThl 9KCIEPUMEHTA [0 YCTAHOBICHHIO
HIGKHEN TPaHHUITLI THAIA30Ha BOCIIPOU3BEIEHNUs eIMHUIIBI MACCOBOM 10/n BoIbl. PacemoTpe-
HbBI PEe3yJIbTaThI CIMYEHUH Pe3yIbTATOR OIPENeIeHNs BOAbl B KPUCTA/LIOTAAPATAX, IIOJyIeH-
HBIE C HUCIIOIB30BAHUEM YCOBEPIIIEHCTBOBAHHOTO STAJIOHA U BBICOKOTOYHBIX YCTAHOBOK MET-
POJIOTHYECKHX ¥ BEIYIIHAX OTPACIEBbIX MHCTUTYTOB €BPOIeHcKux crpad. IIpemcrasieHs! pe-
3yJIbTAThI Pa3pabOTKU CTAHIAPTHOIO 00pasIia MacCOBOM JOJIM BOABI B QUTHApPATE MOIHOIATA
Harpua (NayMoO, - 2H,0 CO YHHHM) I'CO 10911-2017, npenHasHAYEHHOTO AJIA METPO-
JIOTMYECKOTO 00ECIIeYeHns CPEICTB U3MEPEHH U METOAUK M3MEPEHHH, OCHOBAHHBIX HA WC-
[I0JIb30BAHUH TEPMOIrPAaBUMETPHYIECKOro MeTona. OIucaHbl [OIOIHUTEIbHbIE BO3SMOKHOCTH,
OTKPBIBAIOIIUECST B PE3yJIbTATe BBEIEHUS HOBOU JTAJIOHHOM YCTAHOBKU B COCTAB TOCYap-
cTBeHHOro nepBrdHOro srayona I'AT 173, Takue kak uaeHTUMDUKALNSA U OIPeIe/IeHIe OTIINY-
HBIX OT BOJIbI JIETYYUX KOMIIOHEHTOB, yCTAHOBIIEHNE ¥ KOPPEKTUPOBKA PEIKUMOB CYIIIKH KaK B
J1a60PATOPHBIX YCIOBUAX, TAK U B XOJ€ TEXHOJOTMIECKOTO IIPOLIECCa, a TAKIKE OIpeLeeHne
BOJIbI KAK OJIHOU M3 OCHOBHBIX IIPUMECEH IIPH OI[EHKE MAaCCOBOM J0H OCHOBHOTO KOMITOHEHTA
BBICOKOYHUCTBIX BEIIIECTB.

KiroueBslie ciIoBa: sTajJOHHAS YCTAHOBKA; TOCYIAPCTBEHHBIN TEPBUYHBINA 3TAJIOH; TEPMO-
IpaBAMETPHUYECKUH aHaIN3; Macc-CIIeKTPOMETPUs; XUMUYEeCKH CBA3aHHAsd BOZAA; CTAHIAPT-
HbIe 00pa3IIbl; CITMIEHUS.
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The issue of assuring the traceability of the results of water determination in solid and liquid sub-
stances and materials is discussed. The stages of development and improvement, as well as composi-
tion of the State primary measurement standard of mass fraction and mass (molar) concentration of
water in liquid and solid substances and materials (GET 173) are considered. The problems of the lim-
ited applicability of GET 173 in case of separation of water with different binding energies and impossi-
bility of conducting qualitative analysis of non-water volatile compounds during heating of substances
and materials are revealed. The results regarding upgrading of GET 173 due to incorporation of addi-
tional reference installation which implements the methods of thermo-gravimetric analysis (T'GA), dif-
ferential scanning calorimetry (DSC) and mass-spectrometry (MS) are presented. The composition and
operating principle of the new reference unit are described. An algorithm for estimating the uncer-
tainty of reproducing a unit mass fraction of water using this reference facility is presented and sources
of the uncertainty are identified. The results of the experiment on determination of the lower limit of
the reproduction range for a unit water mass fraction are presented. We also present the results of
comparisons regarding determination of the water mass fraction in crystalline hydrates obtained using
the improved State primary standard and high-precision installations of the metrological and leading
sectorial research institutes of the European countries. The results of developing a certified reference
material of water mass fraction in sodium molybdate dihydrate (Na,MoO,-2H,0 CRM UNIIM
10911-2017 intended for metrological support of measurement instruments and measurement proce-
dures based on thermo-gravimetric method are presented. Additional possibilities which result from
the introduction of a new reference installation into the state primary standard of GET 173 are dis-
closed: identification and the quantification of non-water volatile components, adjustment of drying re-
gimes both in laboratory and process conditions, determination of water content as one of the main im-
purities in estimating mass fraction of the main component of high-purity substances.

Keywords: reference installation; State primary standard; thermo-gravimetric analysis; mass spec-
trometry; chemically bound water; reference materials; comparisons.

B Poccuiickoit @emepariuiy mpociexuBaeMoCTb pe-
3yJIBTATOB OIpPeNeIeHU BOJbI B TBEPAbIX U JKUTKUX
BeIl[eCTBaxX M MaTepuajax 00eclednBaeTCs MpuMe-
HEHUEM CTaHAAPTHBIX 00Pa3I[0B U CPENCTB HU3Mepe-
HUM yTBEP:KAEHHBIX THUIIOB, MPOIIEANINX IIOBEPKY
cormacHo moBepouHoil cxeme [1] ¢ I'ocymapcrsen-
HBIM ITIEPBUYHBIM ITAJIOHOM €IUHUI] MACCOBOH J0IU
M MaccoBO¥ (MOJIIPHOM) KOHIIEHTPAIIMHA BOIBI B
TBEPIBIX ¥ KUAKUX BelecTBax u marepuaiax ['9T
173-2013.

Jrason 66T paspaboTaH U UCCIeI0BAH B ¥ paiib-
CKOM HAy4YHO-UCCIEI0BATEIBCKOM HWHCTUTYTE Me-
tposoruu (PI'VII «YHUUM») B mepuom 2006 —
2008 rr. u yrBep:kaeH B 2009 r. ¢ HauMeHOBaAHHEM
«['ocynapcTBeHHBIN IIEPBUYHBIN 3TAJOH EIUHUIL
MAaCCOBOH [TOJIM ¥ MACCOBOU KOHI[EHTPAIIMHU BJIATH B
TBEPBIX BEIeCTBAX W MaTepuaiaX» U MPUCBOEHU-
em Homepa I'9T 173-2008 [2].

B cocras I'9T 173-2008 Bomutu sTamOHHBIE
YCTAHOBKY, PEalN3yIoIhe pasaiudHble MOAU(pHUKA-
Y TEPMOTPABUMETPHIECKOTO METO/A: BHICOKOTEM-
rnmeparypHas BakKyyMHAas CyIlIKa, BO3AYIIHO-TEI-
JIoBasg CyIIKa, HU3KOTEMIIEpaTypHAsd BaKyyMHAad
CyIlIKa, CyIIIKa B TOKE WHEPTHOTO rasa, a TaKKe
obopymoBaHue s U3MEPEeHUs IJIOTHOCTA METO0OM
Apxumena.

B mepuwox c¢ 2011 mo 2013r. BOo DI'VII
«YHUHUM» srajon O6bLI yCOBEPIIEHCTBOBAH |
yTBep:kaeH ¢ npucBoenrem Homepa ['9T 173-2013
[3]. B ero cocras O0bLIH BEJIOYEHBI 3TAJIOHHBIE yCTAa-
HOBKH, peausyoline XUMUIeCKHe MeTO bl OIpeie-
JIEHUS BOJbI: BBICOKOTEMIIEPATYPHAA KYJTIOHOMETPHS
B TOHKOM IIeHKe HeHTOoKcuma dpocdopa, BOIHOMO-

MEeTPHUYECKOe U KyJIOHOMETPHIECKOe THTPOBAHUE TI0
merony Kapna ®umepa [4]. Pesynsraramu ycosep-
[IEHCTBOBAHUSA CTAJIN PACIIHpPEHHe IHAIla3oHa HU3-
MEepEeHUH U BEIUEHHE B 00JaCTh IPUMEHEHUs JTa-
JIOHA JKUIKUX BEIECTB U MATEPHAIIOB.

Ocob6eHHOCTBI0 (PUBUKO-XUMUYECKUX METOIO0B
oIpeieIeHus BOJbI, ITOJIOKEHHBIX B OCHOBY STAJIOH-
HbIX ycranoBOK ['OT 173-2013, asnserca mposee-
HHe OBYyXCTagWWHOro amamusa. Ha mepsBom sraire
MIPOUCXOIUT W3BJIEUEHHE BOABLI W3 MATPHUIBI MaTe-
puana aubo MyTeM HarpeBaHus U IepeBoia BOIbI B
rap (71 TepMOrpaBUMETPUIECKUX YCTAHOBOK U BbI-
COKOTEMIIEPATYPHOM KyJIOHOMETpHH), aub0 B pe-
3yJbTaTe PACTBOPEHHSA M SKCTPAKIHUHK (I MeToma
Kapna ®uinepa), a Ha BTOpOM — OIIpeeIeHre KO-
JudaecTBa HSBHequHOﬁ BOOHBI. HpI/I HUCIIOJIB30BAHUN
TEPMOrPaBUMETPUYECKHUX METOIOB BOMAY OIpPeells-
0T II0 «II0T€pe MACChI IIPH HArpeBe», KOTopas MO-
JKeT OBITh OOYC/IOBJI€HA HE TOJIBKO BBIIEICHUEM
BOZBI, HO M IPYTUX JIETYYUX COENUHEHUMH, YTO IIPH-
BOAUT K 3aBBIIIEHHBIM pesyibTaTaM uaMepeHui. M,
Hao00POT, 3aHM:KEHHBIE PEe3yJbTAThbl H3MEpPEeHUN
MOTYT OBITH ITOJIyY€HbI BCJIEICTBHE HEIIOJHOIO yia-
JIeHusA BOABLI B Ipoliecce CyInku. Taxmm oOpasoM,
IJIA IIOJIy4eHHUsA NJOCTOBEPHBIX Pe3yJ/IbTaTOB OIIpene-
JIGHHUS BOJbI, 0COOEHHO IIPY aHAJIK3€ BEIeCTB CIIOMK-
HOT'O COCTaBa, BBIOOP PEKHUMOB CYIIKH TOJLKEH CO-
MPOBOMKIATHCA HACHTU(UKAIUEH BCEX BbIIEIAIO-
muXcd IPU HarpeBaHUM COeTUHEeHUH.

3amada 4eTKOH HMIEHTH(PUKAIIUA W YCTAHOBJIE-
HHS XUMHUYECKOTO COCTaBa BBIAEAIOIIUXCI IIPH Ha-
rPEBAHUM COENUHEHUH SBJISETCI aKTyaJIbHOU Ha
cTaguu paspaboTKM W B IIpoliecce IIPOU3BOICTBA
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BBICOKOYHCTBIX BEIIIECTB B PAIE OTPACIeH IIPOMBIIII-
JIEHHOCTH, TAKUX KaK SJIEKTPOHHAA IIPOMBIILIECH-
HOCTb, HPUOOPOCTPOCHHE, AaABHAIIMOHHO-KOCMUYE-
CKOe MAaIllMHOCTPOeHHe, OOOPOHHAS IIPOMBIIILIECH-
HOCTb, 4 TaK:Ke IPU AHAIN3e XUMHUYECKUX PEeaKTH-
BOB ¥ (papMalleBTHYeCKuX mpenaparos. IIpu onenke
YHCTOTHI XHMHUYECKHX BEIIEeCTB OIPENe/aioT He
TOJIBKO OCHOBHOE BEIIECTBO, HO U BCE COEepIKAIIITe-
csi mpuMecHble coefnuHeHus. OmHOM W3 OCHOBHBIX
ImpuMecel, OKAa3bIBAIOIINX KpaiHe HEeraTUBHOE BO3-
neficTBHE Kak Ha (bU3W4YecKue, TaK U Ha dKCILIyarTa-
[IMOHHBIE CBOMCTBA CO3[aBAEMbIX MaTEPHUAJIOB, SB-
nsgercs Boxa. I[Ipu sTOM BaKHO HE TOJBKO OmIpere-
JUTH OoOIllee comepskaHue BOAbI C BBICOKOW TOY-
HOCTBIO, HO U BBIZIEJIUTH B €€ COCTABe KPUCTAJLIH-
3amuoHHy0 Boxy. OQHAKO PAcCMOTPEHHBIH BBIIIE
IBYXCTQIUUHBIA XapaKTep OIIpelesieHUsd BOJbI,
peanTu30BaHHBIA HA STATOHHBIX ycraHOBKax ['OT
173-2013, orpannyuBaeT IpUMeHEeHNe STATIOHA I
pasmeneHus MeXaHWUYEeCKH, (PHU3UKO-XUMHUYECKH U
XMMHYECKH  CBI3aHHOW  (KPHCTAILIHU3AIIMOHHOM)
BOgHI [5].

3ajajya Moo4YepesHOTO BhIMENEHUA BOJBI C Pas-
JIMYHBIMYU SHEPTUIMHU CBSA3H, UIECHTUMUKAIINN U, 110
BO3MOJKHOCTH, OIpPEAeeHUs BBIIEIAIIINXCT OT-
JIUYHBIX OT BOABI JETYYHUX KOMIIOHEHTOB MOKET
OBITH pellleHa ¢ MPUMEHEeHHEM TepMOTPpaBUMeTPIIe-
cxoro anasusa (TT'A) u nudepernnnanbHOM CKaHN-
pyiomieii xamopumerpuu (JJCK) c¢ mace-cemexrus-
HbIM gerekTupoBanuem (mamee — TI'A/IICK-MC),
Kak 9To ObLIO caenano B paborax [6 — 12]. Ilpu stom
TT'A mosBosfeT ompenessiTh U3MEHEeHre Macchl 00-
pasiia Iof [eHCTBHEM TeMIIepaTyphl, TeMIIepaTyp-
HyI0 CTA0HUIBHOCTH 00pasila ¥ KOJIUYECTBO CTamHi
pasnoxkenus. J[CK maer BO3MOKHOCTH OIpeneasaTh
KOJIMYECTBO TEILIOTHI, HEOOXOAUMOe [ yAaJeHUs
U3 aHATU3UPYEMOT0 MaTepuasa JeTydnX IIPH 3a1aH-
HOH TeMIeparype KOMIIOHEHTOB, a TaK:Ke TeMIIe-
patypy u Temiory (asoBbIXx mepexomoB. Hamwmume
B cucreme TI'A/IICK-MC wmacc-celeKkTuBHOro je-
TEKTOpa TO3BOJHUT WACHTH(PUIUPOBATL BBIAEIIS-
folecsd rasbl, B TOM YHCIIE, BOLY.

Hacrosimmasi craresi mHOCBSIEHA pesysibTaTaM
coeepiercrBoBanua ['OT 173 2013 myrem BrIIOUE-
HHS B €r0 COCTAB JOIIOJIHUTEIHHON 9TAJIOHHOH yCTa-
HOBKH HAa OCHOBE T€PMOIPABHMETPHUYECKOTO aHAJIH-
3a C MacC-CIIEKTPOMETPUIECKUM ETEKTHPOBAHUEM.

Y CTPOMCTBO U IMPHHITHATI
IEeHCTBUA STAJIOHHON YCTAHOBKH,
peamusyromeit meroasr TTA/[ICK-MC

B cocraB sTanmoHHON yCTAHOBKH BXOIAT CJIELY-
IOIE CpeJiCTBA H3MEPEHUH: CHUHXPOHHBIM TepMO-
anamuzatop STA 449 F5 Jupiter, kBagpymoabHbIi
macc-crekrpomerp QMS 403 D Aéolos, Becwr anamu-
tuueckre | (cmermasbHOrO) Kjaacca TOYHOCTH II0

[13] CPA225D Sartorius, a Takmke BCIIOMOraTelb-
HbIE YCTPOMCTBA, IPUHAJIEKHOCTH U PEaKTHBHL.

Cunxponnsiii Tepmoananusarop STA 449 F5
Jupiter, oobenuuAOmui B cebe yurnmu audde-
PEHIMATBLHOTO CKAHUPYIOIIEro KAJOPUMEeTPa U BbI-
COKOUYBCTBUTENHHBIX AHAIUTHUYECKUX BECOB, IIPE]-
Ha3HAYEH JJI CHHXPOHHOTO OIPEeIeJeHUs KATOPH-
MeTpuyeckux 3((EKTOB U M3MEHEHUS MACChI PH
HOPMAa/IbHOM JABJIEHUHU, B JUHAMWYECKOW U CTATH-
geckoit atmocdepax. Kouncrpykrusao STA 449 F5
Jupiter BhIMOTHEH B METAIINYECKOM KOpIIyce, Ha
KOTOPOM CMOHTHPOBaHA BBICOKOTEMIIEpATYPHAS Kap-
OUmo-KpeMHIeBasA MeYb C BEpXHEH BEPTHKAIbHOU
3arpy3Koi, OCHAI[eHHAs aBTOMATHYECKUM IO HEM-
HBIM yCTPOMCTBOM. BHYTpH KOpIyca TepMoaHaausa-
TOpa PacCIOI0KeHbI BHICOKOUYBCTBUTEIHHBIE BECHI B
TEePMOCTATHPOBAHHOM KOMKyXe, SJIEKTPOHHAS CXeMma
VIIPABJIEHUSA U DJIEKTPUUECKUU TPUBOJ] MOIHEMHOTO
yerpoiictBa. OxnmaskqeHre U TEPMOCTATHPOBAHHIE
BCTPOEHHBIX BBICOKOUYBCTBUTEILHBIX BECOB OCYIIle-
CTBJISIIOTCA TPY TIOMOIIY BOMABI, IS TOJIEPIKAHMS
3aJIaHHON TeMIepaTypbl KOTOPOH HCIOIb3YeTCs
TepMocTar (OXJIAAUTENb C IIUPKYIAIIHOHHON BAHHOM
u BogaHbM (puabTpom). Kpome Toro, B STA 449 F5
Jupiter mpemycMoTpeHa 3aluTa CHCTEMbI B3BEIIIH-
BaHUsA OT arpeCCUBHBIX CPEMI U BBIAEJISIONUXCI ra-
30B HEIPEPHIBHBIM IIPOIyBAHUEM a30Ta.

STA 449 F5 Jupiter cioco6eH BBITOIHATH U3Me-
peHus B JUHAMHYECKOM IIOTOKE rasa, CTATHIeCKOMN
ra3oBoil atmocdepe u Bakyyme. [aa sToro Tepmo-
aHaIu3aTOP MOKHO IIPHUCOEAWHATH K OasuioHy(HaM)
C rasaMM WIH K TeHeparopaM rasoB dYepe3 TpU
BCTPOEHHBIX PETyISITOpa pacxoma rasoB (OOUH —
I KOHTPOJIA pacxoja B3alUTHOTO ra3a W ABa —
IJIsT KOHTPOJIS MPOAYyBOYHBIX razoB). OH Takke oc-
HallleH BaKyyMUpPYOIIMM ycTpoiictBoM AutoVac,
OCYIIIECTBIIAIONIMYI ABTOMATHYECKOE BaKyyMHPOBa-
HUe U TOoC/Ieayollee 3amoIHeHre Ipubopa rasoM c
TIOMOIIIHI0 POTAI[MOHHOTO JIOIIACTHOTO HACOCA.

Kragpymonbasiit mace-criekrpomerp QMS 403 C
Aéolos peguasHaveH 111 HAEHTH(UKAIINN U OIIpe-
JeJeHns KOMIIOHEHTOB Ta30BOM CMECH, BBIJEJISIIO-
[UXCA B IPOIIECCE TEPMOTPABUMETPHUIECKOTO AHa-
au3a B peskmuMe peanbHOro Bpemenu. QMS 403 C
Aéolos cHabkeH MCTOYHHUKOM C IIePEeCEeKArOIIUMUCS
MIyYKaMU JJIS TOIyIeHU BbICOKOH JTUHEHHOCTH CHUT-
HAJIOB TIPU HU3KOW (PparMeHTaIluyd MOJEKyJI W Je-
texkropom Channeltron (SEM-Secondary Electron
Multiplier/ BTopr4HBIH 3IE€KTPOHHBIH YMHOKHUTEIE)
71 OBICTPOTO ¥ TOYHOTO aHAIW3a JAaHHBIX. Bakyym
co3maeTcs AByMA HACOCAMU: TyPOOMOJIEKYIIPHBIM U
MeMOpPAHHBIM, COEIWHEHHBIMH IIOC/Ie0BATENbHO.
Hna ynanenus ancopOUpOBaHHBIX Ta30B MOKHO HC-
MIOJIB30BATh (PYHKIIMIO ABTOMATHYECKOTO IIPOTpeBa
BaKyyMHOUM €MKOCTH.

OcHOBHBIE TEXHUYECKHNE XAPAKTEPHUCTHUKH yCTa-
HOBKH IIPEICTABJICHBI HUKE:
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Puc. 1. UcTroyHuKN HEONpEeeIeHHOCTH IIPH pPealn3aiiuu
merona TTA/IICK-MC

Juanason nokasaunuit remmeparyp, °C. . Ot 25 mo 1600

Ckopocts Harpesauus, °C/mun . . . . . Ot 0,001 mo0 50
Maxcumansubiii Havanbabii Bec (HIIB), r. . . . . . 35
JucKpeTHOCTD TOKa3aHui

TOTEPH MACCBL T . . . . . « + « v o v+ o . . 1-107

Jlnana3on uaMepeHui y1eIbHOU TeII0ThL
(asossix mepexomos, klx/&r . . . . Ot 10 1o 1000
IIpoxyBounsbIe rass (aTmocdepa

B Kamepe o6pasma) . . . . . . . . . . . Hueprusie,
OKHCIIUTENbHBIE,

BOCCTAHOBUTEIHHBIE

Wonuzanus saekTpoHHBIM yaapom, 3B . . . . . 5-100

Jlnamnason uaMepseMbIX aTOMHBIX Mace, a.e.Mm. . 1 — 300

Meron BoCIpouM3BEAEHUS MAaCCOBOM [OJH BOJbI
OCHOBAH HA TEPMOTPABUMETPHUYECKOM aHAJu3e,
pesynIbTaTOM KOTOPOTO SIBJISIOTCS 3aBUCHMOCTH IIO-
TepH MAacCChl OT TEMIIEPATYPhI, HA3bIBAEMbIE TEPMHU-
YeCKMMH KPHBBIMH HJIM TepMorpamMMamu. B xome
aHamW3a TMapbl BOAbI, BBIAEIAIONIHAECH W3 aHAIH-
3UPyeMOH TPOOBI IO BO3AEHCTBHEM BBICOKOM
TeMIIepaTyphl, IEPEHOCATCA ra3oM-HocuTeneM (ocy-
IIEHHBIM a30TOM) Yepe3 CHCTEMY COUPSKEHUA B
MOHHBIH MCTOYHUK MAacC-CIIEKTPOMETPA, T7ie T0IBep-
rarTcsa 00MOApPAUPOBKE IIyYKOM dJIeKTPOHOB. [lpm
9TOM MOJIEKYJIbI pacHaZaloTca Ha 3apsSyKeHHbIe
¢dparmenTsr. Bua u komudecTBO TaKUX (DPArMEHTOB,
a TakKe MEXaHH3M pachaja MOJIEKYJ XapaKTepu-
3yIOT OIIpefeJIeHHOe coefuHeHWe. B aHammusaTope
mpubopa 3a cueT JeHCTBUS KBaAPYIIOJHHOTO JIIEK-
TPUYECKOTO II0JIS IIPOUCXOIUT PasiesieHHne HOHOB II0
OTHOIIIEHHIO MacChl K 3apsany (m/z).

SHavYeHne MacCOBOM OJIU BOABI BHIUUCIAIOT II0
YPaBHEHHUIO:

W= ™ somes 100+ A0 + ATL, (1)

M yraa+raseckr — Mruras

TA€ Moyyrne — MacCa THUTJLA, MT; My +napeckn —— MaC-
ca THUIJIA C HABECKOM, MT; My, — Macca BOJbI
ma TT/MC (mmoTeps Macchl Py BBICYIITHBAHUHT), MT;

A" — crangapTHaa ommMbKa pe3yIbTATOB OIpenese-
uua Boabl, %; AIl — cmerienue, cBI3aHHOE C BIIHSA-
HHEM (PAKTOPOB, YCTAHOBJIEHHBIX METOTHUKOH BOC-
mpousBefeHus, %.

Pe3yJII)TaTI)I HCCJ/JIeI0BaAHUA
METPOJJIOTHYECKHUX XapPpaKTEePHUCTHK

Mertponoruueckre XapaKTEPUCTHKN STATOHHOU
YCTAHOBKM HA OCHOBE TEPMOTPABUMETPHIECKOTO
aHaIN3a C MACC-CIIEKTPOMETPHUIECKUM JIETEKTUPOBa-
HueM, peanusyiomieit meroasl TT'A/IICK-MC, npu
BOCIIPDOMBBEIEHUHN U Tiepenade eIuHHUIIBI MACCOBOM
JOJI BOJBI YCTAHOBJIEHBI IIPU aHAJN3E KPUCTAJLIO-
THAPATOB C PA3IUYHBIM COMIEPIKAHUEM KPHCTAIIH-
3aITHOHHOM BOMBI, CTAHAAPTHBIX 00PA3II0B YTBEP:K-
JIEHHOTO THUIIA, BLICOKOYHCTHIX BEI[ECTB, MUHEPAIb-
HOTO CBIpPhs, IUIIEBBIX IPOIYKTOB U JIEKAPCTBEH-
HBIX CPEJICTB.

Ormenka HeompeneIeHHOCTEH BOCIPOU3BEIEHHU
€JIMHUI[bI MACCOBOM J0JH BOJABI C WCIIOJIb30BAHUEM
STAIIOHHOU YCTAHOBKHU ObLIA BBIMOJIHEHA B COOTBET-
crBuM ¢ pykosojcteoM [14]. CrammapTHyio Heorpe-
NEeJIEHHOCTh THUMAa A BOCIPOM3BENEHUS EIUHUITHI
MAaCCOBOH [0 BOABI OLIEHHUBAIHN KaK CPeIHEKBA-
paTHyecKoe OTKIOHEHHEe Pe3yIbTaToB BOCHMH He3a-
BUCUMBIX U3MEPEHUH, CTAHJAPTHYI0 HEOIIPe/esieH-
HOCTh THIa B — ¢ y4eToM HCTOYHUKOB HeOIpee-
JIGHHOCTH, TPEACTABIEHHBIX B BHJE IHATPAMMBI
«IIpUYMHA — CIIeJICTBHE» Ha puc. 1.

IIpu pacuere HeompeaeIeHHOCTH OIPEIEIEeHU
MAaCChl THUTISA (M) W MACChl TUTJIA C HABECKOH
(M e+ masecky) YIUTBIBAIH PACIIUPEHHYIO HEOIpe-
neneHHocTh BeCOB (Ugy.,;) B COOTBETCTBUU C CEPTH-
¢uraToM KATUOPOBKH, a TAKKe CTAHAAPTHLIE HEOIl-
peneneHHoCTh TUIIa A Pes3yIbTaToB U3MEPeHUI Mac-
cbI TUTJIA (U;) U MacChl TUTJIA C HABECKOU (u,5) HA
Becax CPA225D Sartorius ¢ IUCKpPETHOCTHIO B3Be-
muBanud 0,01 mr. IIpu pacuere HeompeaeneHHOCTH
oTIpejiesIeHus MacChl BOABI (IOTEPH MAacCChl TIPU Ha-
rPeBaHUM) YYHUTHIBAIM PACIIMPEHHY HeoIpee-
JIeHHOCTh BeTpoeHHBbIX BecoB STA 449 F5 Jupiter
(ugrs), ObECTIEYUBAIONUX [UCKPETHOCTH B3BEIIIH-
Barusg 0,0001 mr. Jlnsa mpoBemeHHs KaaubpPOBKH
BCTPOEHHBIX BECOB WCIIOJIB30BAIM THPH HOMUHAIE-
Hoii maccou 0,2 m 0,5 Mr, mpociexuBaeMble K Ha-
[HOHATBHOMY TIEPBUYHOMY 3TaJ0HY Macchl Benuko-
OpUTAHUN HA OCHOBAHUHU CEPTHU(UKATOB KATUOPOB-
KM, BBIZAHHBIX HalMoHAIbHBIM YIIPABIEHHEM II0
W3MEPEeHUsM W PeryJHpoOBaHHUI0 BeruroOpuTaHuu
(National Measurement and Regulation Office —
NMRO) [15]. Bausuaue gpaxkTopoB, yCTaHOBIEHHBIX
METOJUKOU BOCIIPOUBBEJEHUA — MaCChl HABECKHU HC-
CIIeTyeMOT0 BeIlecTBa (M apecry), CKOPOCTH IIOTOKA
rasa "Hocurens (@), CKopocTu Harpesa (vp), TeMIIe-
patypst HarpeBa (1) — oIleHHMBaIU IIyTEM IIPOBEJe-
HUS TOTHO(QAKTOPHOTO dKcrepuMenTa [16] ¢ Bbrurc-
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JeHueM Koa(ummenToB perpeccud  bi(Muapeci)s
bs(@y), bs(wy), by(T). Tunuysbie BRIAIBI OT PA3IAU-
HBIX MCTOYHHKOB B CyMMAapHYIO HEOIIPeneIeHHOCTh
Pe3yabTaTOB BOCIPOU3BEIEHUA eIUHHUITEI MACCOBOMN
IIOJIH BOJBI TIPEJICTABIEHbI HA pUC. 2.

[loBbIlIeHWE TOYHOCTH  OCYINECTBIISIETCA B
OCHOBHOM 3a CYeT CHUJKEHHS HeOIpeaeIeHHOCTH
M3MEPEeHHUsT MACChl BOILI (IOTEPH MACCHI IIPHU BBICY-
[IMBAHWM) HA BCTPOEHHBIX BECAX TEPMOAHATH3A-
topa STA 449 F5 Jupiter 61arogaps mpoBemeHUIO
OIIMCAHHOM BBIIIE MPOIEAYPhI KATUOPOBKH, BHIGOpA
apaMeTpoB U3MepeHus (BpeMeHHU, TeMIIepaTyphbl 1
CKOPOCTH HATpPeBa, HHTEHCUBHOCTH ITOTOKA ra3a-Ho-
CHUTEJIST), & TAKIKE TIATeNTbHONU TOMOTEHU3AIINH TTPO-
Obl ¥ TIPOBEAEHHs OOJBIIOTO KOJIHYECTBA IMapall-
JIeJIbHBIX U3MEepPeHUH.

Jlna ycraHoBIeHWs HWKHEH TPAHMIILI aMAara-
30HA BOCIIPOWBBENECHUSI EIWHHUI[BI MaCCOBOH OJU
BOJBI C IIPUMEHEHHWEM 3TAJOHHOW yCTAHOBKH, pea-
smuzyiormieit meroasl TT'A/JICK-MC, roroBuiu uckyc-
CTBEHHbBIE CMECH, COCTOSAIINE U3 MPOKAIEHHOTO I1ec-
Ka, He MMEIOIIero B COCTAaBe BOABI, C J00aBICHUEM
OJTHOTO KPUCTAJLIMKA JUTHIPATA MOJIUOIATA HATPUS
(cmech Ne 1) u rmokossl (cmech Ne 2). Kpucrammmkn
oTOMpasu ¢ TPUMEHEHUEM CTePEeOCKOITMIECKOTO
maukparudeckoro murpockorna (OAO  «JIOMO»,
C.-Ilerepbypr). 3HayeHWsT MAacCCOBOH IOAU BOIbI
YCTAaHABJIUBAIN C UCIIOJIb30BAHUEM MAHHBIX, IOJY-
YEHHBIX J[BYMS METOJAMHU: TEepMOrpaBUMETpHYE-
ckuM (II0 TIOTEpe Macchl) W Macec-CIIEKTPOMETPH-
yeckuM (II0 IUIOMIAAM TIMKa WoOHA c m/z = 18).
Iannble, mpencrasieHHble B Tabi. 1, 1eMOHCTPH-
PYIOT COTJIACOBAHHOCTH PE3yJIbTATOB, IOIYyYEHHBIX
IByMST METOJIAMH.

Takum o6pasoM, BBemeHNe STATOHHON YCTAHOB-
ku, peanusyioriei meroasl TIT'A/IICK-MC, mossonu-
JI0O CHUBWTDH HUKHIOI TPAHUILy AUAMA30HA BOCIIPO-
M3BeJIeHUs eMHUIIBI MACCOBOH J0JH BOABI B 5 pas
(¢ 0,005 mo 0,001 %).

Merposioruueckre XapaKTEPUCTHKH — yCOBEp-
mrercrBoBanHoro srtayona ['9T 173-2013, ycranos-
JIeHHBIE B Pe3yJIbTare MPOBeIeHHbIX UCCIe0BaAHNUH,
MpuBeeHbI B TA0II. 2.

MoETOPAEMOCTE
M aCCa TMIAR

M aCCaTHIAR © HIBECHOW
Macca Bogs

BENMHMHE M3CCE HIBECKH

Cro) POCTE MOTOKA ra2a HOCHTE AR
CHOPOCTEHATPEBa

Temne paypaHarpeea
KoaddmymeHTperpecomm bl
Ko3depyme HT perpe coad b2
KoaddmymenTperpecomm b3

Ko3depuyme HT perpe coam ba

0 5 10 15 20 25 30
Bunag uo E CY SpHY0 HEOMpEene Tk, %

Puec. 2. Tunuunble BKIAAbl 0T PA3IWIHBIX HUCTOYHUKOB B
CyMMapHYI0 HEeOIIpeJeIeHHOCTb Pe3yJIbTaTOB BOCIPOU3BEe-
HUS eUHUIIBI MACCOBOM ITOJH BOIBI

PesmeTaTm MEKIAYHAPOITHBIX CINIEeHHH

B mepuwon 2014 - 2016 rr. ®I'VII «YHUUM»
NIPUHAJ YYaCTHEe B BBITOJHEHUH HAYYHO-HCCIEI0Ba-
tenbckoit Tembt EBPAMET SRT-s23 «Metpomorus
BIaxkHbIXx MarepuaioB» (MetefNet), ocHoBHBIMU
YYaCTHUKAMHU KOTOPOH ABIAIHCH METPOJIOTHIECKHE
¥ BeIyIIWe OTpaciieBble HHCTUTYTHI €BPOIEHCKUX
crpau: NPL u LGC (Bemuro6purauusa), DTI (Jla-
uns), BRML (Pymeiaus), UME (Typrus), UT (9c-
touua), INRIM (Mramua), MIKES (Punnaanua) u
np. O6bekTamMu cnudeHn OBUTH BHIOPAHBI KPUCTAI-
JIOTHAPATHI: MOHOTHApPAT o-D-1aKTo3bI, TreKcarup-
paT CcyKIuHaTa HATPUA W MOHOTHAPAT OKcaiaTa
KaJbIUI CO 3HAYEHUIMH MaCcCOBOH JIOJIK BOABI 5, 12
u 40 % coorBercTBeHHO. B KauecTBe mpuMepa Ha
puc. 3 TpeACTaBIEeHbI pPe3yJbTAThI OIpPeNeIeHUT

Ta6auma 1. Pesynprarsl BOCIPOU3BENEHUS €IUHUAIIBI MaC-
COBOM JTOJIX BOJBI B HCKYCCTBEHHBIX CMECIX

Macca Maccosas gonst Boasl, %
O6bexT
HaBECKH, MT T MC
Cmecn Ne 1 418,818 0,0039 0,0040
Cmecb Ne 2 484,818 0,0018 0,0012

Ta6auma 2. Merposoruueckre XapakTepPUCTHKY IIEPBHYHOIO STATIOHA

Ornocurensuaa OtaocurensHas OtHocuTenbHoe OTHOCHTENBHAS

CTaHOapTHAA CTaHOapTHAA CpenHexBan- HEHCKJII4YeHHada

HaumenoBanue XapPaKTEepPUCTUEN I[I/IaHa-?:OH Heo1mpene- HeoIpene- paruvdecroe cucreMmarude-

JIEHHOCTH JIEHHOCTH OTKJIOHEHUEe CKas IIorperm-

tuna A, uy,, % tana B, up,, % Sy, % HOCTB, 0, %
Maccoas gons Boabl, % 0,001 -0,1 I 3,0-0,6 2,0-0,6 3,0-0,6 40-1,2

0,1 -100,0 1I 0,6 -0,01 0,6 - 0,015 0,6 -0,01 1,5-0,04

Maccosas kouuenTparus 0,05-1,0 I 3,0-0,6 2,0-0,6 3,0-0,6 3,0-1,2
BOABI, Kr/M° 1,0 - 900 I 0,6-0,01  0,6-0,2 0,6-001  15-05
Monapuas koHneHnTpaua 2,0-103-0,05 I 3,0-0,6 2,0-0,6 3,0-0,6 3,2-1,2
BOIbI, MOIB//M? 0,05 - 55,5 II 0,6 - 0,2 0,6 -0,2 0,6 -0,2 1,2-0,4
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Puc. 3. Pesynbrarel omnpenenenus BOAbI B MOHOTHApPATE
oKcajiaTta Kajablusf, moiydeHHble npu ciamdeHunx MetefNet
PAasIUYHBIMHA METOJAMHU

BOIBI B MOHOTHApPATE OKCaaTa KaJbIUA, IOJydeH-
ubie nipu candeHuax MetefNet pasnuaapiMu mero-
JIaMu: BBICOKOTEMIIEPATYPHOM KyJIOHOMETPHUH B TOH-
KoM 1uieHke meHTokcuma gocdopa (EV), turposa-
uuem o Kapay Pumepy (cKF), BeicokoTemmepa-
typuo# cymiku (LoD), Trepmorpasumerpun ¢ mace-
criekrpomerpuueckuMm perekruposanueM (TGA).

Pesynbrarsl cnudeHnil ABISIOTCA MOIOKUATEb-
HbIMH. Pesynprarel mia ApYyruX KPHUCTAIIOTHAPA-
TOB paccMOTpPeHbI B pabore [17].

Paspa6oTka craHmapTHOro oopasma

B 2017 r. ®I'YVII «YHUHMM» paspaboran cra-
IapTHBIA 00paser] MacCOBOH [IONH BOIbI B IUTH[I-

pare wmomumbmara uHatpusi (Na,MoO,-2H,0 CO
YHHUHUM) I'CO 10911-2017. B kauecTBe MmaTepuaia
CTAHAAPTHOro o6pasiia ObLI BHIOPAH AWTHAPAT MO-
aubmara HATPHSA C MACCOBOM J[0Jiedl OCHOBHOTO Be-
mecrBa He menee 99,5 %. MaccoByoo 010 BOIBI
YCTaHABIWUBAIH C HCIOJIb30BAHUEM STATIOHHOH yC-
TAHOBKM HA OCHOBE TEPMOTPABUMETPHIECKOTO aHa-
JIn3a C MAacCC-CIIEKTPOMETPUIECKUM JETEKTUPOBAHU-
em, peasnusymoieit meroasl TI'A/JICK-MC, coBmect-
HO C STAJIOHHOM YCTAHOBKOM BO3IYIIHO-TEILIOBOM
cymku. Merponornueckue xapakrepucturun 1['CO
10911-2017 npuBeeHbI HUXKE:

WnTepBan nonycraeMbIx 3HAY€HUH
MAacCOBOU JOJIH BOABI, %
I'panuiie! nomyckaeMbIx 3HAUEHUN
abCOIIOTHOM MOTPEIITHOCTH ATTECTOBAHHOTO

14,70 - 15,00

spavenua mpu P =095, % . .. ... ... +0,10
Pacmmpennas HeonpeneIeHHOCTD

aTTeCTOBAHHOIO 3HAYEHUS

(voadpurmenT oxsarak =2), % . . . . . .. 0,10

B macmopre Ha crammaprHbIE o0paserr (Cpok
TOJHOCTH SK3eMILIIpa — 12 MecdAleB) B KadecTBe
IOIIOJTHUTEIbHBIX CBEIEHUI IPeCTaBIeHbl KPUBbIE
IoTepH Macchl (TeMmeparypa Hadaia BbIIEIeHUS
Bogpl — 117,5°C, TemmepaTypa MaKCHMAILHOTO
Beigenenus — 133,8 °C, Temmeparypa mpekpaiie-
Hus Bbigenenus Boakl — 200 °C), HOHHOTO TOKA C
MAacCOBBIM YHCIOM m/z = 18 u remnoBoro spderra
rmpoirecca, IOJydYeHHbIe MMPHU YCTAHOBIEHUU METPO-
JIOTHYECKUX XAPAKTEePUCTHK IMAPTHU CTAHAAPTHOTO
obpasia (puc. 4).

I'CO 10911-2017 mpegHasHA4YEH MAJIsI HCIBITA-
HHUU B IEJIIX YTBEP:KIEHHUI TUIIA, IOBEPKHA U Kajuo-

Tr % HATA [(MkB/mr)
Merepa Macesl MoHHBIR TOK AnA miz=18 T aK30 }9.00
100 1 e —— =
\"» __________—J'-“"_ +0.05 L 8.00
? el
98 1
[000 t700
Tennosoin adichext
96 1 -
005 | 600 <
@
94 (010 500
' =
2
92 - Muk: 1338 °C F-0.15 L 400 '=
F-0.20 =}
90 - F300 =
[U%% Logo
88 1 ’
F-0.30 | 1.00
86 1
F-0.35 Lo
50 100 150 200 250 300 350 400
Temnepatypa /°C

Puc. 4. 3aBucumocty morepu Macchl, HOHHOTO TOKa (m/z = 18) u TemnoBoro sdgdexra mpoiecca CyIIKH OT TeMIIEPATYPhI IJI

I'CO 10911-2017
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POBKH CpeJCTB U3MEPEHUE, ATTeCTAIIUN ¥ KOHTPOJIST
MOKa3areledl TOUHOCTH METOIHE H3MEPEHUH, 0CHO-
BAHHBIX HA HCIIOJIL30BAHUU TEPMOTrPABUMETPUIE-
CKOT0 MeToja.

Takum obpasom, BBemenue B cocraB ['ocymap-
CTBEHHOTO IIE€PBUYHOrO STAJIOHA €IHUHUI] MACCOBOM
IOJIM ¥ MACCOBOH (MOJISPHOM) KOHIIEHTPAIIMHU BOIbI
B TBEPABIX U KHIKHUX BEIeCTBAX M MaTepHaiax
I'9T 173-2013 sTanoHHON yCTAaHOBKM HA OCHOBE
TEePMOTPABUMETPHUYECKOTO AHAIU3A C MACC-CIIEKTPO-
METPUYECKUM JeTEeKTHPOBAHHEM, PEeATU3YIOIIeH
TT'A/ICK-MC, mpemocraBisieT CIeAyOIHUe IOII0J-
HUTeJIbHbIE BOSMOXKHOCTH:

paciiupesre JUATIA30HA BOCIIPOU3BEICHUA elIH-
HHUITBI MaccoBoii moJ Bogbl ¢ 0,005 mo 0,001 %;

UIeHTU(PUKAIUA U OIpeelieHrne OTIUYHBIX OT
BOJBI JIETYYHNX KOMIIOHEHTOB,

KOPPEKTHPOBKA PEKUMOB CYIIKHA KAk B sabopa-
TOPHBIX YCJIOBHAX, TAK U B XO[[€ TEXHOJIOTHIECKOTO
mpoirecca;

paspaboTKa HOBBIX METOIUK U3MEPEHMUIH;

ompejeieHre BOAbI (B TOM YHCIe, KPUCTAILIN3A-
ITMOHHOM) KAK OJHOM M3 OCHOBHBIX IIPUMECeH MIpHu
OIIEHKEe MaCCOBOH [0 OCHOBHOTO KOMIIOHEHTA BbI-
COKOYHUCTBIX Be€IIEeCTB, XHUMHWYECKHUX PEaKTHUBOB U
(hapmarieBTHYECKHX IIPenapaTos;

IPOBEIEHNE WCIILITAHWN CTAHIAPTHBIX 06pas-
OB C IIOJydY€HHeM OJOIIOTHUTEJIbHBIX CBe,I[eHI/Iﬁ (0]
TEePMHUYECKOU CTAOMIBbHOCTH AHATM3UPYEMOTO Belle-
cTBa, TertoBoM sdpdpeKTe ImpoIrecca CyIIKA W BbIie-
JISTIOIAXCS IIPY HATPEBAHWH COEIUHEHUAX.
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