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CopepsxaHue

1. YHUBepCaIbHBIH BEICOKOYYBCTBHUTEIbHBIH
nuddepennmansublii ckanupyromuit kanopumerp DSC 204 F1 Phoenix

MeTo1Ka H3MEPEHUH

[IpoBepsieMble XapaKTePUCTHKH 000y I0BAHUS

Y ci10BUS IPOBEAEHUS IEPUOAMYECKON aTTEeCTALUH
JIOKYMEHTBI, UCTIONb3y€eMbI€E I aTTeCTaluH

Pe3ynbTaThl NEPHOIMYECKON aTTeCTALMK

CpeZcTBa U3MEPEHHH, HCTOTb3yeMble ISl [IEPHOAUYECKOH aTTecTalu

Jlutepatypa

10



1. YHuBepcaJbHbIH  BbICOKOYYBCTBHTEIbHBLIH  JuddepeHuHaTbHbIH
ckanupyomui kaasopumerp DSC 204 F1 Phoenix
[MpuHUKMOMANBHAS CXeMa H3MEepUTEeNbHOH sAuYeku AuddepeHIHaTbHOro
ckanupyrouiero kanopumerpa turna DSC 204 FI Phoenix (Netzsch—Gerédtebau,
['epmanus) npenactaBieHa Ha puc. |. JlanHbiid npubop mo3BossgeT MPOBOAMTH
knaccrueckre JICK-u3mepenns (TemaoBeix >pQeKToB H TemrepaTyp (azoBbiX
MEepPexooB), a TaKXe H3MEPeHHUs YJENbHONH TETIOEMKOCTH KepaMHU4ECKHX
MaTepHalioB B HHTepBasie Temnepatyp ot 90 10 1000K ¢ MIOrPEIIHOCTHIO B CPEAHEM
+3%.
[IpGop MONHOCTBIO aBTOMATH3UPOBAH M, YTO OCOOEHHO XOTenoCh OBl
OTMETHUTB, Ul KaJOPHUMETPHYECKOro SKCHEPUMEHTa J0CTATOYHO HECKOJIBKO MI
BELIEeCTBA.

Tounocte  m3Mepenns ()  pewaromM  o0pasoM  3aBHCHT  OT

BOCIIPOH3BOAMMOCTH H3MepeHus 6a3oBoit nuuuu (DSC). CpaBHeHHE pe3ylbTaToB

usmepenus CJ KOpYHJa C COOTBETCTBYIOIIMMH JIMTEPATYPHBIMH JaHHBIMH

M03BOJIAJIO CAENaTh 3aKIroYeHre 00 oLIMbKe U3MepeHus, He NpeBbImatomen +3%.



Puc. 1. Pazpes uzmeputensHoii s4eiiku kanopumerpa DSC 204 F/ Phoenix:
1 — BBIXOZHOE OTBEpPCTHE M rasza, 2 — BO3AYLIHOE OXJAaXIECHHEe, 3 —
3alMUTHBIN ra3, 4 — craaapTt, 5 — obpaszel, 6 — CEHCOP MOCTOSIHHOTO TEIJIOBOTO
MI0TOKa, 7 — MeyHoi 0JI0K, 8 — MpoXyBOYHEIH ra3, 9 — HHPKyJIUpYyIOLIee OXJIaXIeHHUE,

10 — LN»—/GNy—oxnaxaeHue

Memoouxa usmepenuit. Konctpykuus kanopumerpa DSC 204 F1 Phoenix u
MeTorKa pabOoThl aHATIOTHYHBI OITUCAHHBIM B paboTe [1, 2].

Jlns pacueTa yaeabHOH TenI0eMKOCTH TpeOyloTCsl BETHUUHBI U3 TPeX PasHbIX
KpHBBIX: 06a30Bas JIMHHUS, CTAHAAPT, oOpasell.

DSC 204 FI Phoenix wmoxer paboTaTb C pa3jiMYHBIMH CHCTEMaMHU
OXJ@KAEHHS: OXJIaXAeHHEe a30TOM (ra3zoo0pa3HbIM MM XKHIKMM); BO3JAYyLIHOE
OXJIaXKI€HHE: BO3AYIIHBIM KOMIIPECCOPOM HJIH Yepe3 37IeKTpOoK/IanaH (Bo3yX Mo
NaBJEHHEM); MEXaHMYECKOe HJIM KOMIIPECCOPHOE OXJaxJIeHHe (BHYTpEHHee

OXJIAKICHHUE).



[ToBepky HazexkHOCTH pabOTBl KalOpUMeTpa OCYLUECTBIISIH MOCPEACTBOM
CTaHAApPTHBIX KaTUOPOBOYHBIX JKCIIEPUMEHTOB o HU3MEpPEHHIO
TEPMOJMHAMHUYECKHX XapaKTepUCTHK IIJIaBIEHUS H—TeNTaHa, pTYyTH, HHIHA, OJIOBa,
CBHMHIIA, BACMYTA U IIMHKA. B pe3ynbrare Obl0 YyCTaHOBJIEHO, YTO anmaparypa H
METO/MKa H3MEPEHHUH MO3BOJIAIOT U3MEPATh TeMIepaTyphl (Pa3oBbIX NMpeBpalleHUH
¢ mnorpewmwHocThio *0.5 K, sHranenuit nepexomoB -— Iil%. TennoeMkocTb
ornpenensad MeToaoM oTHomeHH# («Ratio method»). B kayecTBe craHzapTHOrO

obpasija CpaBHEHHs HCIONB30BaIM KopyHA. Meroauka ompenenenus C; Mo

JaHHBIM JICK-u3mepenuit noapo6HO onucaHa B [2] %

Netzsch Software Proteus. Wunusuiyanbusle 3Hadenus C); TP pasHbIX

TeMIlepaTypax OINpeAessINCh COrJIacHo ypaBHeHHo (1):

C° =Msd . DSC(T)-DSCy(T) .C° (1)
».5 =", DSCya(T)-DSCy(T) P-s’

0
rae Cp  — yAenbHas TEIIOEMKOCTE 0Opasia npu temneparype 7, Cp s — YAeTbHAs

TenI0&€MKOCTh cTaHjapTa (KopyHja) npu Temneparype 7, mgq — Macca CTaHAapTa,
ms — macca uccnefoBaHHoro obpasua, DSCs; — BenumuuHa JICK—curnana mpu
Temrnepatype I’ u3 kpuBoi obpasua (MkB), DSCyq — Benmnunna JJCK—curnana npu
Temnepartype 7 u3 kpuBoi cranaapta (MkB), DSCy — Benuuuna JICK—curnana npu
temnepatype 7 u3 6a3zoBoit nuHuK (MKB).

[ns pacyera TenaoeMKOCTH ObUIM MPOBENEHBI TPH Pa3IMYHBIX H3MEPEHHS:
0a3oBoi nMHUM, cTaHAapTa (KOpyHZIa) U MccleayeMoro obpasua (KepaMuieckoro
Marepuaia). B O3THX H3MepeHHAX COXPAHAJIHCh MIACHTHYHBIMH CJIEIYyIOIIne
MmapaMeTpbl: MOTOK aproHa, CKOpPOCTh IMOTOKAa aproHa, HavyalbHas TeMIlepaTypa,
CKOpPOCTB HarpeBa ¥ CKOPOCTh CKaHHPOBaHHS, Macca THUTJIA ¥ KPBILIKH, MOJOXKEHHE
TUIJIA Ha ceHcope. [Ipu M3MepeHHH TEeII0OeMKOCTH oOpa3ell BhIAEPKHABAJICS TPH
nocrossHHOM Temnepatype (293 K) B Teyenue 30 MHHYT B TOKE aproHa, 3aTeM
NPOBOJIWIOCH HarpeBaHWe ¢ MoOcTOsAHHON ckopocThio (1 K/muu) mo 526 K;
M3MEPEHUs 3aBEPLIATUCEH MOCIEIYIOUIMM OXJIa)KIEHHEM CHCTEMBI O KOMHATHOM

TEMIIEPATYPBHI. HBMCpCHHﬂ 0a30BOM JTHUHHUHU U CTaHdapTa IMpOBOJHJIHCE B TOM XK€



pexxume. OTMETHM, 4TO MOrpelHOCTh onpeaenedus C; yKa3aHHBIM METOZIOM Oblia

He xyxe 12%. UsmepeHus Tteriopu3nUYEeCKUX XapakKTEpPUCTUK IPOBOIAHJIHM IPH
p

CpellHel CKOPOCTH HarpeBa aMinyJiel ¢ BemiecTBoM 5 K/MHH B aTMocdepe aprosa.

Iposepsaemsbie xapakmepucmuxku 060pyoosanun
MOrPeNIHOCTh KaJlOpUMeTpa IPH U3MEPEHHH TeMIIEpaTyphl;

MOrPEeLIHOCTE KaJIOpUMETpa MPU U3MEPEHHH SHTANIBIHH (TEII0OBOrO

s dexTa).

Ycnoeusn npoeedernua nepuoduueckou ammecmauuu
Temmnepatypa okpyxatouiero Bozayxa +22°C.
ATMocdepHoe naBieHue 755 MM.pT.CT.

BnaxHocTs oTHOCUTENNBHAs 55%.
JloKymenmbl, ucnoib3yemoie 01a ammecmayiu

1.TOCT P 8.568-97 I'CH ATTecTaliii HCIIBITATEIBHOTO 000PY IOBaHHS.
OCHOBHBIE MTOJOKEHHS.

2. NMuddepenumanshbiii ckanupyromuii kaaopumerp DSC 204 F1 Phoenix.
TexHUUECKOe ONMHCAHNWE U MHCTPYKIHS 110 SKCILTyaTaluH

3. MeTtoauka rnosepku AuddepeHIHanbHbIX CKAHUPYIOIIHUX KaIOPUMETPOB
DCS dupmsl «NETZSCH — Gerdtebau GmbH», I'epmanus



Pesyromamot nepuoduuecroii ammecmayuu
Onpezenenye NOrpemHOCTH KaJlopUMeTpa PH H3MepeHHH TeMIepaTypsbl

Bbiumcne nue Temne patypHoi kaaubpoeiy - DSC 204 F1 na 414/F1 ue pes USB

CkopocTb Harpesa: IE ATmocdepa: IAr Turens: lPan Al, pierced lid Copruposars
Meyw: IStandard DSC 204F1, TC.E TMpotoaepkarent: ]DSE 204F1 m-sensor, TC: K Koo oduumnente
BelumcauTs '
b Teunﬁ.cwop. Temp.camn. Maleu;::nmﬁ ‘lem;.c Kop. Mpadux ’
1 “Hy. 388 388 1,000 388 | _ Mewrs |
2 Biphenyl_ 59.2_ : ?CI.B_ 1.000 69.0 HoBasurs I
3 In| 1566 1586 10,000 156.7 |
: Sn 215 227 2000 215 Boreoms |
5 Bi 27114 2724 1.000 218 i
| e L - . | = SERAalll E—— — Hﬂmb
Ormena l
b il
I'Ipumoqame:l
Temneparypr

Onpenenenne norpemHocTn KatopuMeTpa npu U3MEPEHHH SHTAIBIHH (TEMIOBOTO

dpdexra)
PacueT uyscteuTe bHoCTH - NETZSCH DSC 204 F1 mwa 414/F1 ue pez USB

Cropocte Harpesa: iﬁ ATMocPepa: |Ar Turens: IPan Al pierced lid

Meyw: ]Slandad DSC 204F1, TC: E MNpofioaepxarens: ]DSE 204F1 m-sensor, TC: K
Mapamerpbl kanuGposku T e dniapanar ’
Bmuactm:l Tma&uume:] dHreop: |"' dHaken; ['-' B o
Mpadux
Onen. Pacver. *_l
Temn. Buransnua | Mnowans nia Maremarmu,
Bewecrso NYBCTBMT, YYBCTBMT.
PC ki MKB c/Mr wirBIMBT Bec MKBMBT MNeyars |
1 Hg -38.8 -11.440 -687 850 60.127 1.000 58.731 | lofasue
2 Biphenyl 69.2 -120.400 -8278.000 | E8.754 1.000 68.593 |
3 Indium 156.6 -28.600 -2102.000 73497 10.000 73628 | Beramume |
4 sn rci ] -60.500 -4521.000 | 76.380 { 1.000 | 75.9086 .I
5 Bi| 274, -53.300 -4094.000 7811, 1000 76413 HYaamms
Otmena ’
_ Crpeea |
MpurieyaHme;
WHrepsan




Cpeocmea usmepenuil, ucnonb3yemslie 014 NEPUOOULECKOU ammecmayuu

[Tpubop xombuHupoBaHHbIH Testo 622, 3aB. Ne 39507323/504, cBueTenLCTBO O
nosepke Ne 18001858579, neiictButensuo no 24.12.2019.

KanubpoBouHsbie 0Opa31bl

Das Kalibrierset enthilt 6 Substanzen/
The calibration set includes 6 substances:

Nr.| Bezeichnung | chem. | Reinheit | Schmelz- Schmelz- Chargen-Nr. Quellen-
No Material Zeichen| Purity |temperatuf| enthalpie Lot No. angabe
Formula [%] Melting Melting Reference
Temperat. enthalpy
T[°C] Hs [J/g]
=_——='L_~__==m——.—._———_=%
1 |Biphenyl C6H5 99,5 69,2 147.3 21742-081 T [1], Hs[6]
2 |Indium In 99,999 156.,6 -28,59 03026AG [3]
(3 |Wismut Bi 99,9995 | 271.4 -53.3 259847/1493 T [4], Hs[5]
! Bismuth
4 |Zinn Sn 99,999 2319 -60,5 08128 DU (3]
Tin
5 |Quecksilber Hg 99,99+ -38,8 -11,40 U00363 T [4], Hs[2)
Mercury
6 |Cyclohexan C6H12 99,98 -87.0 () -79.4 $12561-273 T, Hs [7], T[8]
Cyclohexane

(*) Strukturumwandiung/polymorphic transition

(1] J. O. Hill, For better Thermal Analysis and Calorimetry, ICTA Edition Ill, 1991

[2] R. Riesen, G. Widmann: Thermoanalyse. A. Hlithig Verlag, Heidelberg, 1984

[3] N.N.: DIN 51007, Thermische Analyse; Differenzthermoanalyse; Grundlagen. Beuth-
Verlag, Berlin, 1994,

(4] N.N.: ASTM E 967, Standard Practice for Temperature Calibration of Differential
Scanning Calorimeters and Differential Thermal Analyzers, 1983.

[5] S. Sarge, H. K. Cammenga: Thermochimica Acta 94, 1985, 17

(6] Empfehlungen des Laboratory of Government Chemist.

(7] G. Della Gatta and J. Barczynska: Proposed new reference materials for DSC
calibration at subambient temperatures (to -100°C)

[8] N.N.: Certificate NIST-ICTAC GM 757



JluTepartypa

Hohne G.W.H. Differential scanning calorimetry / Hohne G.W.H.,
Hemminger W.F., Flammersheim H.F. / Springer—Verlag Berlin Heidelberg

—2003. =299 p.
Drebushchak V.A.. // J. Therm. Anal. Cal. 2005. V. 79. P. 213-218.
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