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CraHaapTHble 06pa3ubl TeMnepaTypbl
$a30BbIX NepexoAoB OpraHUYECKUX BeL,ecTs
Ha OCHOBe aLeTaTa HaTpus 6e3BogHOro
U MeTaHcynbPoHaTa HaTpus

A. T1. Wnnnubiv ® >4, A. M. Henomunyes ®, A. E. TiopH1HA

YpanbCKui Hay4HO-UCCNeL0BaATENbCKUA MHCTUTYT MeTponorum — counuan Oryr«Bcepoccuincknit Hay4Ho-muccnes0BaTeNbCknii
MHCTUTYT MeTposiorum um. . V1. MeHngeneesa», r. Ekatepun6ypr, Poccus
> shipitsyn@uniim.ru

AHHoTaumA: C Hay4HO-TEXHONOrNYECKUM NPOrpeccom B 0651aCTU METPONIOMMYECKOro Haa30pa, XMMNYeCKON 1 hapmaLieB-
TUYECKOW NPOMBILLINEHHOCTN BO3PACTAOT TPE6OBAHUS K Nprbopam TEPMUYECKOr0 aHann3a ¢ TO4KW 3peHUs YBeNu4eHus
LNana3oHoB U3MEPEeHU 1 NOBbILWEHUA UX TOYHOCTU. 119 METPOSIOrN4ecKoro 06ecneyeHns NpUMeHsemMblX Npuéopos
TEPMUYECKOro aHannsa 1 NPocsieXXnBaeMoCcT K OCHOBHbIM eANHMLAM (OU3NYECKNX BENYIUH NPUOBPETaeT 0COOYH aK-
TYasibHOCTb U3Y4YeHUe ONpefieNeHns TeMnepaTypsl NNaBNeHNs OpraHn4eckux BeLLecTs.

Llenb uccnenoBanmns cocTosna B anpobdaLmm BO3MOXHOCTM UCMONb30BAHNA OPraHUYeCcKNX BELLECTB HA OCHOBE alieTata
HATpMS 1 MeTaHCYNb(OHATA HaTPUA B KA4ECTBE CTAHLAPTOB TeMMepaTypsl (Pa3oBbIX NEPEeX0A0B A1S MATepPUanoB-KaH-
LVNAaToB B CTaHAapTHbIe 06pasLbl TemnepaTypbl pa3osbix nepexonos (CO), npocnexxusaembix K efiMHuLe S| BENUYUHBI
«Temneparypa».

Mpouenypy usmepeHnit TemnepaTypbl (Da30BbiX NEPEX00B (TemnepaTypbl NnasieHUs) NPOBOLUIN METOAOM Aud-
hepeHUnanbHON CKAHNPYHOLLEH KanopuMeTpun ¢ npumeHeHnem tepmoananuaatopa STA 449 F5 JUPITER u3 cocTaBa
locynapcTBeHHOro nepBuy4HOro atanoHa AT 173-2017. OnpeaeneHne aTTecToBaHHOro 3HaveHus GO nposoaunun B co-
oteetcTBuUmM ¢ FOCT ISO Guide 35-2015, 66111 OLEHEHbI BKNAfbl B HEONPEAENeHHOCTb OT HEOLHOPOAHOCTU UCXOAHbIX
MaTepuanos, UCCNeL0BaHa KPaTKOBPEMEHHas 1 JONrOBPEMEHHAA CTabUIIbHOCTL MaTepuanos.

MonyyeHHbIe METPONOTUYECKIE XapaKTepUCTUKK uccnegyemon naptuu CO: uHTepBan JonyckaemblX aTTECTYEMbIX XapaK-
TEPUCTUK TeMNepaTypbl NnaBneHns pasoBoro nepexonay auerara Hatpus 6e3soaHoro (328,35-330,35) °C, y MeTaHCy/b-
¢hoHata Hatpus (352,05-354,05) °C. ConocTasieHne aTTeCTOBAHHbIX 3HAYEHUIN TeMNepaTypbl NNaBneHNs paspaboTaHHbIX

CO co cnpaBoYHbIMW 3HAYEHUAMY TEMNEPATypbI NasneHns, npeactasneHHbiMu B IUPAC, nokasanu, 4T0 aTTeCTOBaHHbIE

xapaktepuctuku CO cornacytotes B npegenax +1,4 °C.

TeopeTnyeckas 3HAYMMOCTb MOJSTYYEHHbIX PE3YNbTaTOB 3aKJIH04YAETCS B [JOKA3ATENbCTBE BOSMOXHOCTM NPUMEHEHUS Me-
TOZa AN epeHLMaNnbHON CKaHUPYIOLLEN KanopuMeTpun 4Na paspaboTku CTaHAapTHbIX 06Pa3LioB YTBEPXK AEHHOM0 TUNa

Temnepatypbl ha3oBbIx nepexofos (Habop CO TMKP) ICO 11928-2022/7CO 11929-2022.

MpakTnyeckas 3Ha4NMOCTb MOJSTYYEHHbIX PE3YNbTATOB 3aKN04AETCH B BOSMOXHOCTI YCTAHOB/IEHUS U KOHTPONS Kanu-
6pPOBOYHOM 3aBUCMMOCTM CPEACTB M3MEPEHUA TEPMUYECKOr0 aHann3a; artectauuu MeToank (MeTof0B) U3MepPEeHNi

1 KOHTPOJIS TOYHOCTM PE3y/bTaTOB M3MEPEHNIA TeMMepaTypbl (ha30BbIX NEPEX00B MeTasI0B, COSIe MeTanoB, OKCUL0B

METansioB, NONIMMEPHbLIX MaTepNasoB, OPraHN4eCcKNX N HEOPraHU4eCcKnX BeLLecTB.

Kniouesbie cnoBa: cTaHaapTHble 06paslibl, TEPMUYECKUI aHaNN3, TemnepaTypa (pa3oBbiX NepexofoB, TeMnepartypbl
NnaBneHus, aueTaT HaTpus 6e3BOAHbIA, METAHCYNb(HOHAT HATPUS, METOANKA U3MBPEHUI, KanuGpoBKa, rpafiyupoBka
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Wcnonb3yemble cokpaweHus: TA — Tepmudeckuit aHanus; [CK — meToa ancepeHunanbHoi CKaHUPYHOLLEA Kanopume-
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Abstract: The requirements for thermal analysis instruments are increasing in terms of increasing the measurement ranges
and improving their accuracy due to the development of scientific and technological progress in the field of metrological
supervision, chemical and pharmaceutical industries. The study of determining the melting point of organic substances
is of particular relevance for the metrological support of the applied thermal analysis instruments and traceability to the
base units of physical quantities.

The purpose of the research was to test the possibility of using organic substances on the basis of sodium acetate and
sodium methanesulfonate as phase transition temperatures standards for candidate material to certified reference materials
for phase transition temperatures (CRMs) traceable to the Sl unit of the «temperature» value.

The procedure for measuring the phase transition temperatures (melting point) was performed by differential scanning
calorimetry using an STA 449 F5 JUPITER thermal analyzer from the GET 173-2017 State Primary Standard. The
determination of the CRM certified value was performed in accordance with GOST ISO Guide 35-2015, the contributions
to the uncertainty from the heterogeneity of the starting materials were evaluated, and the short-term and long-term
stability of the materials were studied.

The obtained metrological characteristics of the investigated batch of CRMs are as follows: the range of permissible certified
characteristics of the melting point of the phase transition for anhydrous sodium acetate (328.35-330.35) °C, for sodium
methanesulfonate (352.05-354.05) °C. Comparison of the certified melting point values of the developed CRMs with the
reference melting point values presented in [UPAC showed that the certified characteristics of the CRMs are consistent
within 1.4 °C.

The theoretical significance of the obtained results lies in the proof of the possibility of applying the method of differential
scanning calorimetry for the development of certified reference materials for phase transition temperatures (a set of TPKR
CRMs) GS0O 11928-2022/GS0 11929-2022.
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The practical significance of the results obtained makes it possible to expand the possibility of establishing and controlling
the calibration dependence of thermal analysis measuring instruments; certification of measurement procedures (methods)
and accuracy control of the measurement results of the phase transition temperatures of metals, metal salts, metal oxides,
polymeric materials, organic and inorganic substances.

Keywords: reference material, thermal analysis, phase transition temperatures, melting point, anhydrous sodium acetate,
sodium methanesulfonate, measurement procedure, calibration, standardization

Abbreviations used: TA — thermal analysis; DSC - differential scanning calorimetry; FIF EUM — Federal information fund
for ensuring the uniformity of measurements; CRM — certified reference material; RTD — resistance temperature detector

For citation: Shipitsyn A. P., Nepomiluev A. M., Tyurnina A. E. Certified reference materials for phase transition temperatures
of organic substances on the basis of anhydrous sodium acetate and sodium methansulfonate. Measurement Standards.
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BeepgeHue

TA dBnaeTcs BOCTPEOOBAHHLIM BUAOM W3MEPEHUIA
B (hapMaLleBTUYECKON, XUMUYECKOW 1 ApYruX 0Tpacnsx
npombiLuieHHocTy [1]. B 4acTHOCTM, OHUM N3 CaMblX 3(-
thekTuBHbIX MeTOA0B TA sBnsietca metog [CK [2]. Momumo
LUINPOKOrO NPUMEHEHUS AN OnpeaesieHns Temnepartypbl
W YOeNbHOW 3HTANbNUU NiaBJieHU OPraHnUyYeckux Be-
wects meton JCK npumeHsieTcs ang uccnenoBaHns no-
nnumepoB [3-5] n HeopraHnyeckux BewwecTts [6]. CpeacTea
M3MEpPEHNIA TeMNepaTypbl NAaBNeHUs NPUMEHAIOTCS HayY-
HO-MUCCNeN0BaTEeNIbCKUMU W UCTbITATENIbHBIMY Naboparto-
pusMI 415 ONpeLeneHns n KOHTPoNs Temnepartypbl nia.-
NeHns, KanienageHus n pasMarvyeHns, UCnosib3yemblx npu
pa3paboTke 1 NPOU3BOLCTBE LLMPOKON HOMEHKIATYPbl Ma-
Tepuanos. lMonyyaemble 3Ha4eHNA TeNTOMPU3NYECKINX Be-
JINYMH BaXKHbI A8 BbIOOPA ONTUMASIbHON TemnepaTypbl
TEXHOJIOTMYECKMX NPOLECCOB, OMpPeSeSIeHNs HannyyLmnx
YCII0BWIA XPaHEeHUs MaTepnanos, ux paboyer Temnepary-
pbl NPU 3KCNyaTauum, a Takxxe L0 UCMbITAHUA KOCMe-
TUYECKUX CPESCTB, XIUPOB 1 BELLECTB C BOCKOOOPAZHOIA
KoHcUCTeHUMen. Tpeb6osanusa Kk npuéopam TA NOCTOAHHO
BO3pPACTAtOT, 11 3TO CBA3AHO C UX HE3AMEHUMOCTbIO NpU
peLleHnn 60NbLIMHCTBA HAYYHbIX U MPON3BOCTBEHHO-TEX-
HOMOTMYecknx 3agady [7]. B yactHocTtu, 3T0 Kacaetcs pas-
NINYHbBIX TUMOB aHANU3aTOPOB TEMMEepaTypsl ha30BbIX ne-
pexo/0B, B TOM YMCNe Temnepatypbl NnaBfeHns, KUNeHNs
1 Pa3SINYHbIX MPOMEXYTOUYHbIX COCTOAHMIA BELLECTB U Ma-
Tepnanos. MpoBefeHHbI aHann3 faHHbix B PU® OEN no-
Kasal, 4T0 B HacTosLLee Bpems Ha Tepputopun PO 3aperu-
CTpUpoBaHo 60nee 10 TMNOB aHANN3aTOPOB, TakUX uUpM
kak Mettler-Toledo GmbH, Bibby Scientific Limited, BUCHI
Labortechnik AG u gp.

Heo6Xx0ANMOCTb CO3JaHNa CTaHAAPTHbIX 06pa3LoB TeM-
nepartypbl )a30BbIX NEPEX00B OPraHNYeCcKux BELLECTB
CBf3aHA C TeM, YTO Y HEKOTOPbIX TUMOB aHANU3aTOPOB

(Hanpumep, per. Ne 59055-14 n per. Ne 67807-17 8 ®D® OEW)
NOrpeLIHOCTb B Arana3oHe namepernii ot 180 °C no 400 °C
He HopMupoBanachk BBUAY OTCYTCTBUS COOTBETCTBYHOLLMX
cTaHaapTHbIX 06pasuos (FCO). MeTponornyeckoe obec-
neYeHne 0CyLLEeCTBASANOCH NPU NOMOLLW CTaHAAPTHbIX 06-
pasLoB TeMnepartypsl NNasNeHn Ha 0CHOBE 6eH30(eHO-
Ha (Temnepatypa nnasneHus ~ 48 °C) n 6eH30MHOI KMCNo-
Tbl (Temnepatypa nnasnexns ~ 122 °C). Ina gpyrux aHa-
nusaTtopos (Hanpumep, per. Ne 41280-14, per. Ne 71833-18)
B 10N0JIHEHME K 6EH30eHOHY 1 GEH30MHON KI1CIoTe Me-
TpoNorn4eckoe obecneyeHne OCyLLECTBNIANOCH C MOMO-
wbto FCO Ha ocHOBe KodhenHa (TemnepaTypa nnaBneHus
~ 238 °C), a Takxe nyTem NpuUMeHeHUs ManorabapuTHoro
nnaTuHOBOro Tepmonpeo6pasosarens conpotueneHus (TC).
B T0 )Xe BpemMs MeTposiornyeckoe 06ecneyeHme ¢ nomMoLLbLo
[CO nmeeT paf NpenMyLLecTs N0 CPABHEHMIO C U3MEPEHU-
em Temneparypsl nytem candeHns ¢ TC (0co6eHHO npu Ka-
nu6pOBKe / rpasynpoBKe): ya06CTBO NPOBEEHIUSA U3Mepe-
HWUMA, NOBbILLEHNE CKOPOCTU M3MEPEHNIA, HENOCPELCTBEH-
HbIit KOHTAKT [CO C n3MepuTeNIbHON A4eNKOI (0TCYTCTBME
TeMMepaTypHbIX FPaANEeHTOB, CBA3AHHBIX C pa3MeLLeHnem
TC B6MNU3M CTEHOK A4ENKM Mproopa).

Takum 06pa3om, AN METPONOrNYeCKOro 06ecneyeHns
CW 6onee BbICOKON TeMnepaTypbl U NPOCNEXUBAEMOCTH
K OCHOBHbIM efjuHNLaM hU3nN4ecKnx BennyuH, npuobpe-
TaeT 0CO6YI0 aKTyanbHOCTb U3YYeHUe ONpejeneHns Tem-
nepaTypbl U yaeSbHON 3HTAbNUKW NABNEHUS OpraHuye-
CKMX BELLECTB.

Llenb HacTosLLero uccnefoBaHus COCTONT B anpobawuu
NCNOJIb30BAHNA OPraHNYeCKMX BELLECTB HA OCHOBE aLeTa-
Ta HaTpus 6e3BOJHOMO U METaHCYNb(OHATA HATPUS B Ka-
4eCTBE CTAHLAPTOB TemnepaTypbl (Da30BbIX NEPEXOAO0B ANs
MaTepuanoB-KaHANAATOB B CTaHAAPTHbIE 06pasLibl Temre-
paTypbl Pa30BbIX NEPEX0/0B, NPOC/EXMBAEMbIX K eJUHN-
ue Sl BennumHbl «temnepatypa» (K (°C)).

Measurement Standards. Reference Materials. 2023. Vol. 19, no. 1. P. 17-27 m



. A. T Wunuubiv, A. M. Henomunyes, A. E. TiopHnHa CranaapTHble o6pa3ubl TeMrnepaTypbl $a3oBbiX NepexofoB OpraHMYeCcKux...

Marepuansbli
PeaktuBbi

M mMeToabl

Auetat HaTpus 6e3BoaHbIA (C,H;0,Na) n meTaH-
cynbpoHat Hatpus (CHsNaO3;S) npeactasnstT co-
00/ NOPOLLOK BELEeCTBA C MAaCCOBOM [0J1eil OCHOBHOIO

KomnoHeHTa (98,0

~98,5)%.

Matepuanamun-kangugatamu GO 6binu BbI6paHbI BeLLle-
CTBa, UMetLLNe Hanbosee 6IIM3KNE K BEPXHEMY Npefeny
[1anasoHa n3MepeHnii CpeLcTB U3MePeHUA TeMepaTypbl

(hasoBoro nepexoga nepsoro poAa (nnasneHus).

06opynoBaHne

TepmoaHanuzatop STA 449 F5 JUPITER (NETZSCH,
lepmaHns), U3 COCTaBa rocy/apCTBEHHOrO NepBUYHOro 3Ta-
NI0HA eJMHIL, MACCOBOM [0MA, MACCOBOI (MONAPHOI) KOH-
LieHTpaLn BOAbI B TBEPAbIX U XUAKMX BELLECTBAX U MaTe-

puanax 3T 173-2017, peanuaytownii metog [OCK.

I3mepeHns Macchbl MCXOAHOr0 MaTepuana npoBoauNn
Ha Becax flabopatopHbIX | (CneymanbHOro) knacca To4HO-
cTm (Sartorius, lepmaHms) ¢ ANCKPETHOCTbIO B3BELUNBA-
HMa 10 MKI 1 paclUMpeHHOol HeonpeaesieHHOCTb0 80 MKT.
3HaA4YeHNs MacCbl TUrAS U MACChl TUMNSA C HABECKOW MOony-
4anu npu Jecatu napansenbHbix n3amepenusx. Maccy Ha-
BECKM HAXOANAN N0 Pa3HOCTH Macc.

MeTogbl v npovuesypa nccaegoBaHni

MeTon [CK LWiMpoKo npuMeHsieTcs Ans onpeaeneHus
TEMNEPATYPbI U YAENbHONA 3HTANbNNIA NABIEHUS OpraHn-
yeckux BewwecTB [8]. 0COBEHHO MHTEHCMBHO UCCNEaYIoT-
A Tennoakkymynupytouwme matepmansi [9]. B yacTHocTy,
Ha OCHOBE TaKWX OpPraHU4yeckux COefNHEHNA, KaK Mupu-
CTWHOBA#, NAIbLMUTMHOBAA U cTeapuHosas kucnota [10],
CJTOXHbIe 3¢PUpbI U XMPHbIE KUcNoThl [11], npoBoasTes uc-
Cllel0BAHNS U APYrUX TEnIoMU3NYeCcKNX XapakTepucTmk
opraHunyeckux sellecTs [12—14]. [lonosHNTENbHO B MONb-
3y AAHHOr0 MeTofa CBUAETENbCTBYET TO, YTO MaTepua-
nbl Ha ocHoBe 6eH30gheHoHa [CO 11070-2018 u 6eH30ii-
Ho kucnotbl FCO 11071-2018 6bin 0xapakTepru3oBaHbl

3TM Xe METOLIOM

Wcenenosanus GO 6biny NPoBEAEHbl C UCNONb30-
BaHWEM aTTECTOBAHHOW MeTOAuKN uamepenunn (M)

®P.1.32.2022.42988 B ®U® OEW, nokazatenu MU name-
peHWii npefcTaBneHbl B Tab. 1.

BospeicTene hakTopos, BAUAIOLMX HA TOYHOCTb W3-
MEPEeHUN, 6bIN0 CBEEHO K MUHUMYMY, @ UMEHHO:

—TUrenb: Ans U3MepeHnini OpraHnyecknx BeLLecTs U3ro-
TOBUTENM NPMOOPOB TEPMUYECKOr0 aHann3a peKkomMeHmy-
t0T MCNONb30BaTh TUIM U3 Pt, 4TO6LI U36€XaTb B3aUMO-
NeicTBUA MCCnelyeMoro matepuana ¢ matepuanom TUrmns,
B cootBeTcTBMM ¢ ASTM E967-08. B uensx 6onee paBHo-
MEpHOro pacnpefenenus Tenna B 06pasie Mcnonb3oBa-
NUCb 3aKPbITbIE TUFNK;

—o06pasel;: 415 NOBbILIEHNS Tensonepeaayun, a coot-
BETCTBEHHO M TOYHOCTU M3MEPEHMIl, 04EHb BAXKEH XOPO-
LN KOHTAKT MeXy MaTepmanom n AHOM TUrns. B ceaAsu
C 3TIM ObINN NPUMEHEHbI NNOCKOAOHHbIE TUrAK. VIcX0aHbIN
mMaTepuan pa3meLlancs B TUrMe Tak, YT0Obl CKPbITb AHO
MNOSIHOCTbIO, NOCJIE Yero NPOBOAUIOCH KOMNAKTUPOBaHME
C MOMOLLbI CNeLnanbHOR 0CHACTKK, 4TO ABNIAETCS pacnpo-
CTpaHeHHbIM npuemom npu npobonoarotoske [14]. Macca
HaBeCOK He npesblwana 20 mr, YT06bl CHU3UTL BRNAHME
«3(hdheKTa Macchl» N NOBbICUTb COOTHOLLIEHNE CUTHAN/LLYM
>10[10, 12, 14], 4to ykasano B OCT P 57931-2017;

—artmocdepa: ons npeyn3noHHbIX N3MepeHnin Heo6xo-
AMMO UCMONb30BaTh a3 C HU3KOM TennonNpPOBOAHOCTbIO,
noaTomy uamepenus nposogunu B atmocgepe N, yucro-
101 99,99 % npu pacxoge 40 Mn/MuH.;

—kanuéposka Gl no Temneparype: ucnonb30Bancs Tep-
MOaHanu3atop, NPOLWeALWiA KanubpoBKy ¢ NPUMEHEHNEM
CTaHAAPTHbIX 06pa3L0B TemMnepaTypbl U TennoTbl gaso-
BbIX nepexooB. (komnnekt COTC®) MCO 2312-82/2316-82.
B yacTHocTu, Ga, In n Sn umetoT nokasaTenu TOYHOCTH,
KOTOpble COOTBETCTBYIOT paboyum atanoHam 1 paspsna
Mo BTOPOM YaCTu roCyaapCTBEHHOW NMOBEPOYHONA CXEMbI
Ans cpencTs uamepeHnii Temnepatypbl (FOCT 8.558-2009).
Takaa npoueaypa LWMPOKO NPUMEHAETCA Hay4HO-UCChe-
JI0BATeNIbCKMU OpraHu3aunamu ons kannopoBkn npu-
00pOB nepej NPOBeAeHNEM NPELU3NOHHbBIX U3MEPEHNI,
B 4aCTHOCTM no In u Sn [12-15], cornacHo pekomeHAaaLu-
am ASTM E967-08;

Ta6nuua 1. [lMana3oHbl M3MePEHNiA, 3HAYEHNUS NoKasaTesiel TOYHOCTM, NPaBUNbHOCTY, MOBTOPAEMOCTH,
BHYTPMI260PaTOPHOI NPELM3NOHHOCTU, CYMMAPHOI CTaHAAPTHOM M PaCLUIMPEHHON HEONPEIeNeHHOCTH

Table 1. Measurement ranges, values for accuracy, trueness, repeatability, intralaboratory precision, combined
standard and expanded uncertainty

[nana3oH g L2 o kL oGt Mokasartenb cger: p:::ﬂ n:i.l:il:: I::::la: agﬁ:;i-
_ o noBTOpAEMO- BHYTpUNas. npaBUNbHO- o Rap E A
u3mepeHun, °C e, °C npewus, °C eTn. °C TOYHOCTH, °C HeonpefaeneH- HOCTb, °C
’ ? ? HOCTb, °C P=0,95nk=2
2111200 Ao 400 0,01 0,05 012 017 0,085 017
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—YYBCTBUTENIbHOCTb CPEACTB U3MEPEHNIA: ANS NOBbI-
LUEHNS YYBCTBUTENILHOCTN NPUMEHEH [iepXXaTeNb 06pas-
Lo B ucnonHeHun DSC/TG (a He DTA/TG) ¢ 4yBCTBUTEb-
HocTbto 1,2 MKB/MBT;

— CKOPOCTb Harpesa: BBUAY TOr0, 4T0 60Siee BbICOKME
CKOPOCTM Harpesa NPUBOANIN K CABUTY TENOBbIX 3D eK-
TOB B 06/1aCTb 60/1€€ BbICOKMX TeMNepaTyp, B Xo4e uccre-
noBanuint GO ncnonb30Banm PEeXXUM HarpeBa co CKOpPOCTbi0
1,0 °C/MuH. JaHHOE 3HA4YeHNe YKA3aHO B METOANKAX MO-
Bepku Ha CU per. No 41280 u per. No 85498 B ®1® OEWN.
JlonoNHMTENbHbIM apPrYMEHTOM B MOJb3Y BbIOPAHHOI CKO-
POCTW MOCAYXWNO TO, 4TO B MMPOBOI NPAKTUKE NpK aHa-
NN3e aHANOTMYHbIX MaTepManoB NPUMEHSIOTCSH CKOPOCTH
01 0,5 °C/muH. o 2 °C/muH. [14-17].

Takum 06pa3om, MOXHO YTBEPXAaTb, 4TO YCTaHOBIE-
HME aTTECTOBAHHbIX 3HAYEHUIA MPN UHbIX CKOPOCTSAX YBE-
ANYUT TPYLOEMKOCTb KakK ANl Nofib30BaTesen npuoopos
Mpy NPOBEAEHIUMN UX KANNOPOBKN, TaK 1 NS OpraHn3aLnii,
OCYLLECTBNSAOLLMX MOBEPKY TaKnX Nprnoopos.

Pe3ynbratbl n o6cyXaeHue

JKCMepuMeHTasbHbIe JaHHbIE NPU ONpesesieHnn aTTe-
CTOBAHHbIX 3Ha4eHnit CO npuBefeHbl Ha puc. 1, 2.

Tepmorpammsl, NpeacTaBneHHble Ha puc. 1, 2, 06pabo-
TaHbl B c00TBETCTBUM ¢ MU. MonyyeHHbIe JaHHbIE NOKa-
3bIBAKT, 4TO NONy4eHHoe 3HavyeHne CKO pesynbTatoB u3-
mepeHuii He npesbiwaet 0,01 °C, 4To COOTBETCTBYET TpPe-
6oBaHuam MI.

LOCK /(mBT/mr)

[4'211 3K30

C y4yeToM TOro 410 MHOTME OpraHu4eckue BeLLecTBa
aKTWUBHO CYONMMUPYIOT NPU BbICOKMX TemnepaTypax [18],
ObIN NPOBEAEHbl M3MEPEHNUS NOTEPU MacChbl UCcneaye-
MbIX MaTepuanos. Ha puc. 3. npeAcTaBneHbl pesynbraTbl
Mo aueTary HaTpus 6e3BOAHOMY.

Vicxoas 13 maHHbIX, NpeAcTaBNEHHbIX HA TEpPMOrpaMme,
NPMBEJEHHOM Ha puc. 3, NOTeps Macchl B Te4eHe 6 4acos
Harpesa, 2,5 4aca u3 kotopbix GO Haxoguncs npu Temnepa-
Type BblILLE TEMMEepaTypbl NaBeHus, u3MeHunackh Ha 5 %,
470 B nepecyete coctasnaer 0,66 mr. [pn 3TOM 3Ha4eHue
Temneparypbl nnasseHus namerunock B npegenax 0,03 °C,
4TO CBMETENIbCTBYET O HE3HAYUTENIbHOM BUSHUN NOTEPU
MaccCbl Ha aTTeCTOBaHHOE 3Ha4veHne CO U HU3KOI CKOPO-
CTW cyb6numanum.

[MonyyeHHble METPONOrNYECKNE XapaKTePUCTUKI UC-
cneayemoii naptumn GO npefcTaBneHbl B Tabn. 2.

VIHTepBan 3Ha4eHWiA, yka3aHHsblii B onucaHum Tuna GO,
y aueTara Hatpus 6e3sogHoro ot 328,35 °C go 330,35 °C,
y MeTaHcynboHaTa Hatpus ot 352,05 °C go 354,05 °C,
470 06YCNOBMIEHO PA3N4YMEM MACCOBOI A0S OCHOBHOIO
KOMMOHEHTA 0T NapTimM K NapTum nNpu nocnenyoLLeir atTe-
cTaluy MaTepmasnoB B Ka4eCTBe CTaHLAPTHbIX 06pa3LoB.

[Mony4eHHble aTTECTOBAHHbIE 3HAYEHUS TeMNepaTypbl
nnaeneHns CO Ha 0CHOBe aleTaTa HaTpus 6e3B0JHOIO CO-
rnacytotcs B npegenax +1,4 °C ¢ nutepaTypHbIMU CNPaBoY-
HbIMUW 3HaYeHnamun [19-21], kak nokasaHo B Taén. 3.

[aHHble 06 NccneaoBaHn MeTaHcynbgoHaTa HaTpus
C aHaNornyHbIM XMMUYECKUM COCTABOM OTCYTCTBYIOT.
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Puc. 1. Tepmorpamma aweTara HaTpus 6e3B04HOM0
Fig. 1. The thermogram of anhydrous sodium acetate
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Puc. 3. MoTeps macchl alerara HaTpus 6e3BOAHON0
Fig. 3. The mass loss of anhydrous sodium acetate

MpuHUMast BO BHUMaHNE MONYyYeHHbIe Pe3ynbTaThl Mo avje-
TaTy HaTPUA 63BOJHOMY W YYNTHIBAA NPABUILHOCTb Bbl-
6paHHOro METOLA W YCIIOBUI1 AKCMIePUMEHTA, CYUTAEM, YTO
NONYyYeHHble 3HAYEHUSA ABNAOTCA NPEACTABUTENIbHbIMU.

StanoHsbl. CranpapTHble obpazubl. 2023. T.19, Ne 1. C. 17-27

MMpocnexunBaemocTb aTTECTOBAHHbIX 3HAYEHWII TeM-
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Ta6nuuya 2. MeTponornyeckue xapakTepucTuknU CTaHAapTHbIX 06pa3LoB TemnepaTypbl (a3oBbiX

nepexonoB (TemnepaTypa nnasneHus)

Table 2. Metrological characteristics of reference materials for phase transition temperatures (melting point)

ATTecTyemas xapakTepucTuka [paHnuUbl abconTHOIM P UL 2
ATTECTOBAHHOE 3Ha4YeHne* HeonpeaeneHHOCTb Npu
Temnepatypbl (ha3oBbIX NEPEXOS0B norpewHocTyn npu P=0,95 P0.95 1 k=2
TemnepaTypa nnaenexus, alerara
Hatpus 6e3sogHoro (C,H,0,Na), °C 329,45 +0,20 0.20
Temnepatypa nnaBneHns, MeTaH-
cynboHara Hatpus (CH,Nao,S), °C ikl U 0,20

* MeTponoruyeckue xapaktepuctuku GO npuBefeHbl N8 pexiuma Harpesa co ckopocTtbto 1,0 °G/muH.

Ta6nuua 3. COMoCTaBfieHWe aTTeCTOBAHHbLIX 3Ha4YeHunit Temnepatypbl CO nnaBneHus auerarta HaTpus
0€3BOAHOIO C NITEpaTYPHbIMI CMPABOYHBIMU 3HAYEHUAMMU, 3HAYEHUS YKa3aHbl B °C

Table 3. Comparison of the certified values of the temperature of the CRM melting point of anhydrous sodium
acetate with the literature reference values, the values are indicated in °C

AtTectoBanHoe 3HayeHue YHUUM - counuan ®ryn [19] [20] [21]
«BHUUM um. [1. U. Mengeneesa
329,45 329,62 328,10 328,20

3T 34-2020, nocpeCTBOM MPUMEHEHMUS MPU N3MEPEHN-
AX TemnepaTypbl (0a30BOro nepexofa CTaHAAPTHbIX 06pas-
o Ic0 2312-82/2316-82.

BbilweonucaHHas npoueaypa MOXeT 6biTb PEKOMEHA0-
BaHa AN onpefeneHns TennoMuanyecknx xapakTepuc-
TUK aHaNOTNYHbIX BELLECTB, HANpUMep, TaKuX Kak caxa-
PUH, BAHWUSINH 1 Ap.

3aknoyeHne

Llenbto HacTosLLen paboTbl ABNANac, anpobauns pe-
3yNbTaTOB UCCNEA0BAHNIA NPUMEHEHUS OPraHNYecKnx Be-
LLIeCTB Ha OCHOBE aLjeTaTa HaTpus 6e3BOJHOMO U METAHCY/b-
(poHaTa HaTpMA B Ka4eCTBE CTaHAAPTOB TeMMepaTypsl da-
30BblIX NEPEX0A0B A1 Pa3paboTKM CTaHAAPTHbLIX 06Pa3LL0B
YTBEPXKAEHHOr0 TNa TemMnepaTypbl (ha3oBbiX NEPexofoB.,
NPOCNEXUBAEMbIX K eAMHNLE S| BENMYUHBI «TemMnepaTypar.

B xofie akcnepuMeHTanbHbIX UCCNeL0BaHNIA foKa3aHa
BO3MOXXHOCTb NPUMEHEHNS NPoLeaypbl U3MEPeHUin Temne-
paTypbl (Da30BbIX NePexX00B (Ny1aBeHns) MeToAoM And-
(hepeHunanbHOM CKaHMPYIOLLeid KanopuMeTpum ¢ npume-
HeHuem TepmoaHanuaartopa STA 449 F5 JUPITER u3 cocTa-
Ba [T 173-2017. MNpoueaypy npoBOANAN B COOTBETCTBIM
¢ I'OCT ISO Guide 35-2015. bbinu oueHEHbl BKNafbl B HE-
0npefieNIeHHOCTb OT HEOAHOPOAHOCTI UCXOAHBIX MaTepu-
anoB, UCCNe0BaHbl KPaTKOBPEMEHHAs U J0NrOBPEMEH-
Has CTabuNIbHOCTb MaTepuasos, OnpeeSieHbl aTTeCTOBAH-
Hble 3Ha4veHus CO.

Mony4eHHble METPONOrMYecKne XapakTepucTuKkm ncene-
ayemotri naptum GO: nHTepBasn JONyCcKaeMblX aTTeCTyeMbIX
XapakTepucTuK TeMrnepaTypbl niasneHns pasoBoro nepe-
X0f4a y auertara HaTpus 6e3sogHoro (328,35-330,35) °C,
y MeTaHcynboHata HaTpud (352,05-354,05) °C. MokasaHo,
YTO aTTECTOBAHHbIE 3HAYEHMS TEMMEpaTypbl NNABAEHNS pa3-
paboTaHHbIx CO cornacytotcs B npegenax 1,4 °C co cnpa-
BOYHbIMM 3HaYeHMAMU, npefcTasneHHbiMu B IUPAC.

PaspaboTaHHbie CO npoLuLnn MeTPONOrnyeckyto akecnep-
TI3Y 1 BHECEHbI B PeeCTp YTBEPXKAEHHbIX TUMOB CTaHAAPT-
Hbix 06pa3uoB GUD OEN B kayecTBe KOMNNEKTA CTaHAAPT-
HbIX 06Pa3L0B TemnepaTtypbl ()a30BbIX NEPEX00B (HabOp
CO TNKP) TCO 11928-2022/ICO 11929-2022.

TeopeTnyeckas 3Ha4MMOCTb NONY4EHHbIX Pe3ynbTaToB
3aKJII04aeTCs B A0KA3aTENbCTBE BOSMOXHOCTI NPUMEHe-
HUA MeTOAA AnddepeHLnanbHoi CKaHUPYIOLLei Kanopu-
METPUM ANs NPOBEAEHUS UCTbITAHNIA B LIENAX YTBEPXKAEHUS
Tna ans onpeaeneHns TennomMu3nyeckux xapakTeprucTuk
OpraHN4Yeckmx BeLLeCTB Ha OCHOBE aLeTaTa HaTpus 6e3Bo-
[IHOTO N MeTaHCyNbOHaTa HaTPUA, a TaKXKe aHasorYHbIX
BELLECTB, HANPUMep, TaKUX KaK CaxapuH, BaHWUIIMH 1 Jp.

MpakTnyeckas 3HAYMMOCTb NOJTYYEHHbIX PE3YNbTaTOB
3aKJH042eTCA B BO3SMOXHOCTMN YCTAHOBNEHUSA U KOHTPONSA
CTabWbHOCTU KannbpPOBOYHON 3aBMCUMOCT CPEACTB 13-
MepeHNii TEpPMUYECKOro aHanuaa; aTTecTaluy MeToauk (me-
TO[I0B) M3MEPEHWI 1 KOHTPOJIA TOYHOCTU Pe3ynbTaToB 13-
MepeHuin TeMnepartypbl PasoBbiX NepexofoB MeTansos,
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COneil MeTansios, OKCML0B METansoBs, NOSIUMEPHbIX MaTe-
puanos, opraHn4ecknx n HeopraHM4eCKnx BeLLIECTB.

bnarogapHocT: 370 UCCNe0BaHME He Nosyyano gu-
HAHCOBOW NMOALEPXKN B BUE rPaHTA OT KaKon-nmbo op-
raHn3aLmn rocysapcTBEHHO0, KOMMEPYECKOT0 WUIIn He-
KOMMep4eckoro cektopa. Bce uamepeHuns nposogu-
NUCb € Ucnosib3oBaHnem o6opynosanus Oryn «BHUAM
um. 1. V. MenpeneeBa».
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