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Method for determination of the freezing point
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[NocTaHoBneHvem [rocypapcTeeHHoro komuteta CCCP o ctaHgapTtam ot 25 aHsapsa 1982 r. Ne 231 gata BBefeHus
yCTaHoB/IeHa
¢ 01.01.83

OrpaHuyeHre CpoKa AeicTBIA CHATO HO npoTokony Ne 2—92 MexrocyfapCTBEHHOrO COBeTa MO CTaHAapruUTaHuH,
MeTponorum n ceptutmkaumm (MY C 2—93)

HacToswumii ctaHaapT pacnpocTpaHAaeTcs na MOOKO M yCcTaHaBMBaeT METOA ONpefenieHns TOUKMN 3a-
Mep3aHnsA MOJOKa.

MeTog npegHasHayeH 414 UCCNef0BaTeNIbCKUX UCTbITAHUIA.

Touka 3amep3aHnsa HaTypanbHOro Monoka kone6netcs oT MuHyc 0.505 go muHyc 0.575 “C.

1. METOJ OTBEOPA IMPOBb

11 OT60p Npo6 MONOKa U MOArOTOBKY MX K UcnbiTaHUo nposogat no FOCT 3622—68, TOCT
26809-86 n TOCT 13928-84.

2. CYWHOCTb METOAA

Touka 3amMep3aHnNs MO0Ka — 3TO BbIPaXXeHHas B rpagycax Lienbcma pasHOCTb Mex/y TOUKOW 3amep3a-
HWS BUANCTUNNNPOBAHHON BOABI 1 TOYKOW 3aMep3aHMa MOJIOKa, ONpefeneHHas yCTaHOBAEHHbIM METOAOM.

Touka 3amep3aHnA MOJI0Ka ONpeAenseTcsa py4YHbIM Kprockornom. Mpu onpegeneHnm TOUKN 3amep3aHms
MOJI0Ka NPUMEHSAETCA NMPUHLNM nepeoxnaxjeHnsa. B MonoKo, HaxofALeecs B COCTOAHNMN NepeoxaxaeHuns na
1—1,1 *C Hue npefnonaraeMoil TOYKM 3amMep3aHuns, BBOAAT KPUCTANANKM NbAa U NOC/e OCTaHOBKMN CTON6U-
Ka PTYTU OTCUMTLIBAIOT NOKa3aHNA.

Touka 3amep3aHus MO/IOKa 06yCNaBNBaeTCA YNCIOM UCTUHHO PACTBOPVMMbIX COCTaBHbIX YacTel MoloKa
(MONOYHOrO caxapa N MUHepanbHbIX CONeii), CogepXKaHne KOTOPbIX B MO/IOKe KONebeTCs He3HaunTebHO.
11pn fo6aBNeHNN BOAbI KOHLIEHTPALUSA BOAOPACTBOPUMBIX BELLECTB CHUXKAETCS, BCIEACTBUE YEro M3MeHAeTCs
¥ TOYKa 3amMep3aHns Mosoka. [laHHOe U3MeHeHMe NPONCXOANT MPOMOPLMOHaNbHO MacCoBOI A0Te fo6aBeH-
HOW BOfbl.

3. ATMAPATYPA, MATEPUA/bI, PEAKTVBbI

3.1 [na npoBeaeHns aHanmsa NCNONL3YIOT CeAyoLLMe annapaty py, MaTepuasnbl U peakTuBbI:
KPMOCKOMN PYYHO, NpeAHa3HauYeHHbIN A1 ONpeAeneHns TOUKM 3amep3aHnsa (CM. npunoxeHue 1), co-
CTOALNA 13:

cocypa (M301MPOBAHHOT0) BMECTUMOCTbIO He MeHee 1,5 M3 UM NWIPOKOrOpAOro TepMoca BMECTUMOC-
TbO He MeHee | M, HAMOMHEHHOTO NbOCONAHOI CMeChbi0 TeMnepaTypoii MuHyc 4 'C. Cocyg 3aKpbiBaeTcs

W3paHve oduumansHoe lMeperneyarka BOCKpeLLEeHa
MepeunsgaHve. AsrycT 2009T.
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KPbILKOM C 0TBEPCTUAMU: B LleHTpe — A4 npobupkmn ¢ Nnpo6oii, cnpaBa — A1 KOHTPONbHOIO TepMOMeETpa
1 Mellanku, cneea — ANa NPodUPKY ¢ KpUCTaNIMKaMu nbaa,

npo6upkmn gna npobbl no FTOCT 23932—90 ncnonHeHus 111 guametpom (30+1) MM, BbICOTOW 250 unn
270 mm 13 cTekna rpynnbl XC3. Mpo6upku ykopaunsaloT Ao (160£2) MM M HAHOCAT KO/bLEBYIO METKY,
nokasbiBaroLyto 45 cm3,

npobupKyu ANs NPUroTOB/EHWUA KPUCTanIMkKoB nbga no FOCT 23932—90 ncnonHeHus 112 gnamert-
pom 10 MM 1 BbICOTO/ 90 MM. B npo6upKy BCTaafAlT MeTalaMyecKylo MNpOBONOKY C MNeTnei [uameTpom
1,6—2.0 mm no FOCT 2246—70. Ha KOTOPOV NOATrOTaBAMBAKT KPUCTAN/IMKK NbAa,

nNpo6Ku AN NPo6UPKM ¢ NPo6OIA, N3roTOBNEHHOW N3 N30MALMOHHOr0 MaTepuana (3bonnta) no FOCT
2748—T77 Cc OTBEPCTUAMU: B LEHTPE AnameTpom 13 MM —pa/i1a MeTacTaTM4eckoro TepMoMeTpa, crnpasa juamer-
poM 4 MM —[ns MeLanku ucneeafuameTpom 4—6 MM — /19 BBEAEHNSA KPUCTaNNKOB NbAaa,

TepMoMeTpa MeTactatuyeckoro Tuna TJ1-1 ¢ ueHoi geneHus wkansl 0,01 *C (Tvun BekmaHa),

Nynbl C MNHeRHbIM yBenuyeHmem B 4—7 pa3 no FOCT 25706—83, NpuMKpenneHHoN MOABUXHO K
MeTacTaTu4yeckomy TepmomeTpy Tuna T/1-1,

MeLlanku 4TS Npobupkn ¢ Npo60ii, M3roToBAEHHON M3 NPOBOIOKK gnamMeTpom 1,6—2,0 vm no TOCT
2246—70. MpoBONOKY U30AMPYIOT TPY6KOI M3 NONUBUHUAXIOPUAHOTO NaacTukara mapkm TB-40 peuenTtypsl
230 gnameTtpom, 1,75—2,0 mm no FOCT 19034—82. Meluanka 3aKaH4MBaAeTCS FOPU3OHTaNbHOW MEeTNei BOK-
pyr TepmomeTpa AnamMetTpom 20—25 MM 1 MMEET MaHXXeT, PacnofIoXXeHHbI Ha pacCTOAHUM 0K0M0 80 MM
BblLLE FOPU30HTANLHON NeTnu,

MeLUlanKu ANs OXNaxAaroLeil cMecu, N3roToBIEHHOM M3 NpoBONOKK gnameTpoM 1.6—2,0 mm no FOCT
2246—70. MpoBonoKa U30AnpyeTca TPyOKON U3 NOANBUHUAXNOPULHOMO NaacTukata mapku TB-40 peuenTy-
pbl 230 gnametpom 1,75—2,0 Mm no FOCT 19034—82. Melwanka 3aKaH4MBaeTCA FOPU3OHTaNbHON neTnei
AvameTpoM 0K0/0 60 MM.

TEPMOMETpa CTEKAAHHOIO TexHuyeckoro no MTOCT 28498—90 ¢ ueHoli geneHuns wkansl 0,5 nam | *Cot
muHyc 30 4o nntoc 50 @€ ¢ AANHON HUXKHER YacT He MeHee 103 MM;

cocyq MepBUYHOTO OXNaXAEeHUA (M301MPOBaHHbI), HANOMHEHHbI/ OXNaXAAOLLEA CMeCchbio TeMMNepaTy-
poii 0T 0 4o | *C 1 npegHa3Ha4YeHHbIN ansg oxnaxaeHns npob o 1—1,5 *C. Cocys 3aKpbiBaeTCs KPbILIKOWA C
Heo6X0AMMbIM KONMYECTBOM OTBEPCTUIA AN NPOoBMPOK ¢ NpobamMu 1 AN KOHTPO/IbHOTO TEPMOMETPA;

CeKyHaomep;

BOAY GMANCTUNNMPOBAHHYIO CBEXXEBCKMUMAYENHYIO N OXTXAEHHYIO ;0 KOMHATHO TemnepaTtypsl;

nef N3MeslbYeHHbI;

coJib noBapeHHyto no NOCT 13830—91";

HaTpuii xnopucTelii no TOCT 4233—77, X. u;

Kon6bl MepHble BMecTUMOCTbI0 100cm3no FOCT 1770—74;

akcukatop no NOCT 25336—82;

BeCbl 1a60paToOPHbIe pblyaxHble 1unn 2-ro knacca TOYHOCTH, C HAMOONbLLNM NPefenom B3BeLBaHNA
200 r, NOBepOYHOIi LeHO aeneHns He 6onee 0,1 mr no FOCT 24104—88"";

WKag CyLWnUNbHbIA;

OYTbINKN MONNITUNEHOBbLIE [/19 XPaHEHUs TPafyMpoOBOYHbLIX PacTBOPOB BMECTMMOCTbIO He 60nee
250 cm3;

3NEKTPONNUTKY.

4. NMOArOTOBKA KAHAMN3Y

41 MpuroToBNeHNE NbLLOCONAHON cmMmecwu TemMnepaTtypoih Mu-
Hyc 4°C

CwmewwuBatoT 1,5 kr naga, 1am3Boabl 1 okono 100 r noBapeHHOM conu [0 MONyYeHUs TemMnepaTypsl
cMecun MuHyc 4 'C.

42. MpuroTtToB/ieHMe TTpajynmupoBOYHBIX PpacTBOPOB

42.1. XnopucTbliA HaTpUiA Nepes NPUroTOBEHUEM TPaAYVPOBOYHbLIX PACTBOPOB BbICYLLMBAKOT NPU TEM-
nepatype 300 'C B TeyeHue | 4y unm npu 130 'C B TeUeHMe 24 4 1 OXNaXKAAOT 40 KOMHATHOW TeMnepaTypbl B
3KCMKaTOpE.

* Ha TeppuTopuu Poccuiickoin ®egepauum gelicteyet FTOCT P 51574—2000.
" C 1wtona 2002 r. geircteyeT FOCT 24104—2001.
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4.2.2. PactsopatoT 0.6H92 r xnopuctoro HaTpus B 100 r 6UAHCTUNANPOBAHHON BOAbl unu 0,6861 r
X/IOPUCTOrO HATPUA BHOCAT B MEPHYIO KONBY BMeCTUMOCTbI0 100 cM3 1 06bem fOBOAAT 40 METKN 6UANCTUN-
NMPOBaHHOM BOAOV TemnepaTypoii 20 'C. TeopeTuyeckas Touka 3amep3aHus pactsopa MuHyc 0.422 °C.

4.2.3. PactBopsatT 1,0206 r xnopuctoro Hatpus B 100 r 614MCTUNNNPOBaHHOW BOAbI nan 1,0152 r
X/IOPUCTOr0 HaTPUSA BHOCAT B MEPHYIO KON6Y BMeCcTUMOCTb0 100 cmM3m 06bem LOBOAAT 40 METKU 6BUAnNCTUN-
NMpOBaHHOM BofoI TeMnepaTypoii 20 *C. TeopeTuyeckas Touka 3aMmep3aHusi pacteopa MuHyc 0,621 *C.

4.2.4. TpafyvnpoBOYHble PACTBOPbI XPaHAT B FEPMETUYECKMN 3aKPbIBAIOLLMXCSH NONNITUNEHOBLIX BYTbIf-
Kax. 3amnofHeHHbIX A0Bepxy, npu Temnepatype 5—8 "C He 60nee AByx mecsaues. MMepen ynotpebneHnem
rpagyvpoBOYHbIN PacTBOP NePeMeLLnBatOT OCTOPOXKHbIM MePeBePTbIBAHMEM Y BpalleHVeM ByTbinku. Mopuuio
rpagyvmpoBOYHOro pacTsopa BANBAIOT NPSMO B NPOOUPKY.

43. MopgroTtoBkKa nNpob6b MONOKa

Touka 3aMmep3aHns MONOKa JO/MKHA ONPefenaTbCa He paHee YeM vepes 3 Y nocne JOMKK Npu KUCNO0THO-
CTU MONoKa He Bbiwe 19—20 "I'. B KOHCepBMPOBAHHbIX NPO6ax MOMOKA TOUKY 3aMep3aHns He ONpeaensioT.

44. MopgroTtoBKa W 3KcnAayaTauusa MeTacTaTMYeCcKOro TepmMmo-
metpa Twuna T/-1

MeTacTaTMyecKnil TepMOMETP BCTaBAAKOT B NPOGUPKY M MPW NMOMOLLM MaHXeTa QUKCUPYIOT Ha paccTo-
AHUKM 13—15 MM OT KOHL,a TepMOMETpa A0 A4Ha Npobupky. Hynesyto TOUKY TepMOMeTpa HacTpamBatoT nepenu-
BaHMeM PTYTW 13 3aNacHOro pesepsyapa B OCHOBHOM, NOrpy»as HUXHWUIA OCHOBHOW pesepByap B NPOGUPKY
c 6uaMCTUNNMPOBaHHOI BOAON TemnepaTypoii 0 *C M pyKOBOACTBYACb MHCTPYKLMER, NPUNOXKEHHON K
mMeTacTaTM4yecKoMy TepmomeTpy. MeHncK cTonbuka pTyTy npu 0 'C [ONMKEH HAXOAWUTHLCA B CPELHEN YacTu
LKanbl, B Npeaenax fieneHnii ot 2 4o 4. Hyneeas Touka TepMOMeTpa ONpefenseTcs eXXeAHeBHO B Havyane u no
OKOHYaHUW paboTbl TOTOYKE 3aMep3aHnst GUANCTUNNMPOBAHHO CBEXEBCKMUMNAYEHHON U OXNAXAEHHONW BOAbI.
TepmMOMeTp PeKOMEHAYEeTCA AepXKaTb B BEPTUKAbHOM MOM0XEHUN, NOFPYXXEHHbIM B MPOBUPKY C AUCTUANN-
poBaHHO Bogoi TemnepaTypoit 0—10 *C, a nepes paboToii HEO6XOAMMO BbISEPXKMBATb He MeHee 14 B
Taswem nbay. MbITb TEpMOMETP CNeayeT B NPO6UpPKe ¢ JUCTUNNIMPOBAHHON BOLOM TemnepaTypoit oT 0 go 2 ‘C.
Bo Bpems nmepeHeceHUs TepMoMeTpa B CeAyoLLyt0 Npoby CTONBUK PTYTU He JO/DKEH NOLHUMATHCA Bbille
JeneHuii, a Ha MeLanke v TEPMOMETPe He A0/MKHO ObiTb KPUCTANINKOB Nbja.

45 NpajpynpoBKa MeTacTaTMyeckKoro tepmomMeTpa Tuna T/-1

[na rpafynpoBKn TEPMOMETPOB MPUMEHAIOT PACTBOPbLI X/I0PUCTOr0 HATPUA C TEOPETUYECKUMYU TOYKAMM
3amep3aHusa MuHyc 0,422 n muHyc 0.621 “C 1 B COOTBETCTBMM C METOAMNKOM NPOBELEHUNS aHaM3a yCTaHaBm-
BalOT MX TOUYKM 3amep3aHus 7, u Tr, KOTOpble NPUMEHAOTCA ANA pacyeTa YTOYHEHHOTO 3HAYEHWS TOYUKMK
3amep3aHns Monoka no hopmyne (1). TepMoMeTp rpagympytoT O4UH pa3 B NATb-LLIECTb MECALEB AN JaHHON
HYNeBO TOUKN TepMOMETpA.

5.11POBEAEHVE AHANTN3A

5.1. MofroToBneHHyto Npoby MOOKa, rpagyMpoBOYHbIE PACTBOPbLI XJIOPUCTOrO HATPUSA UAN BUAHCTUN-
NNPOBaHHY BOLY HanMBalT B NPO6GUPKY L0 METKM M OXNaXAAT B COCYe NEPBUYHOIO OXNaXAEHMUS [0
1—15 °C. MpobupKy c Npo6oii 1 BCTaBNEHHbIM (TOYHO BepTUMKaNbHO!) MeTacTaTUYECKUM TEPMOMETPOM
MOMeLLaloT B OXNaXAaloLWnii CoCyA ¢ NOCTOAHHO MOAAEPXKMBAEMO BO BPEMSA UCMbITaHWA TemMnepaTypoi
MuHyC 4 *C. B TeueHMne BCEro BPeMeHW onpeaeneHuns cnegyet NoMewwnsaTb Npoby nepemeLeHneM MeLlanku
BBEPX—BHMN3 CO CKOPOCTbIO OHO NEpPEMELLEHNEe B CEKYHAY. [TOpu3OHTanbHas NeTns Mewanky He [O/KHa
NoAHMMATLCSA Bbile NPo6bl. Mpu NageHnn ctonbuka pTyTn TepmomeTpa Ha 1—1,1 *C HuxKe npeanonaraemo
TOYKW 3aMep3aHuns B NPOBMPKY € Npo6oii Yepes 0TBEPCTUE BBOAATCA KPUCTaNIMKK Nbfa, NOCAE Yero nome-
LIMBaHWe NpUoCTaHaBnMBalT Ha 4—b5 ¢. Korga cTon6mk pTyT Ha4YHET NOAHMMATLCS, NPOAO/HKAOT NOMELL U-
BaHMe Npobbl B TedeHne 25 c. a 3aTeM — Ha 60 ¢ npekpawatoT. Cnycta 90 ¢ nocne BBefeHUA KPUCTanInMKoB
Nbfa, Korfa cTonbmuk pTyTn 06bIYHO OCTaHaBMBaeTCsA, MPobY TPU pasa MOMeLINBAtOT, 3aTeM Crerka nocTy-
KMBAOT N0 TEPMOMETPY OKat TOUKM OCTAaHOBKM CTONBMKA PTYTW, NOC/E Yero C MOMOLLbIO NyMbl OTCYUTbIBA-
I0T NOKa3aHUs Ha wkane. Mpy 3TOM rna3 HabnogaTens AOMKEH HaXOAWTLCA HA YPOBHE FOPU3OHTaNbHOM
KacaTe/lbHOW K MEHWUCKY CTON6MKA PTYTU TaK, YTOObl LWITPUX LIKaAbl B TOYKE OTCUMTbIBAHWUSA Obln BUAEH
npAamMoninHeiiHo. Mocne nepBoro oTcyeTa Bce onepaLuy (MOMeLIBaHNe, NOCTYKMBAHWE U OTCYET) MOBTOPSIOT
elle ABa pasa yepes 20 ¢ kaxayto. [okasaHWa Ha MeTacTaTuyeCKOM TEPMOMETPE OTCHMTLIBAIOT MPU MOMOLLM
nynbl ¢ ToyHocTbio 0.001 *C. Pa3HOCTb B NOKa3aHMAX BTOPOro M TPETLErO OTCYETOB HE A0/HKHA NPeBbILWaTh
0.003 *C.
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3a pesynbTaT MokasaHWs TepMOMETPa MPUHUMAOT CpeiHeapuMeTUUYECKOe PEe3ynbTaToB BTOPOFO U
TPETHEro OTCYETOB.

Pa3HOCTb MeX/y NOKa3aHWSIMW Ha MeTacTaTNYyecKoM TEPMOMETPE TOUEK 3aMep3aHnst GUANCTUNNIMPOBAH-
HOVi BOAbI M TPafynNpPOBOYHbIX PACTBOPOB (MM MOMIOKA) COCTABAET TOUKY 3aMep3aHns npoGbl.

MpumeyaHnsa:

1. Ecnu npo6a npexxaeBpeMeHHO 3amep3aeT, HC AOCTUTHYB HE0OXOAMMON TeMnepaTypbl NepeoxnaxieHns, ns-
MepeHvie MpeKpaLLatoT.

2. Mpw npoBefeHWN cepumn onpeseneHnii TOUKM 3amep3aHns MOOKa TeMnepaTypa B paboyemM MOMELLEHUN HC
[O/MKHa N3MeHATbLCS 6onee yem Ha 1'C.

6. OBPABOTKA PE3Y/IbTATOB

6.1. 3a pesynbTar aHann3a nNpUHUMaOT cpefHeapuMeTUUECKOe pe3ybTaToB ABYX Napasse/ibHbIX onpe-
JeneHunii, fonyckKaeMble PacXoXAeHMA MeXAy KOTOPbIMU He JOMKHbI npeBbiwatk 0,005 “C. Ecnu pacxoxae-
HNA NpeBbILLAOT YCTAHOB/IEHHbIE, TO aHaNN3 ciefyeT NOBTOPUTD.

6.2. YTOYHEHHOe 3HaYeHne TOUKN 3aMep3aHns Monoka /) “C, Llenbcus BbIYMCNAIOT No opmyne

0.621 - 0422 -,
= b_-l:; o7, - I,) 4-0,422, 0)
roe T —ycTaHOB/eHHAs TOUKa 3aMep3aHns Mosoka, “C;
7% —YyCTaHOB/IEHHas TOUKa 3aMep3aHus PacTBOPA X/IOPUCTOrO HATPUSA C TEOPETUYUECKOI TOUKOI 3aMep-

3aHua muHyc 0,422 *C, °C;
T2 —ycTaHOBNEHHAs TOYKa 3aMep3aHWsi pacTBOPa X/I0PUCTOr0 HaTPUs C TEOPETUYECKO TOUKOI 3amep-
3aHusa muHyc 0.621 *C, *C.
6.3. MaccoByto faHo f06aBneHHON B MOIOKO BOAbl X, % BblUMCAAOT No hopmyne

*=£f£.100, )]
rge 7' — YTOUYHEHHOE 3HaYeHMe TOUKM 3aMep3aHus UCCNeayeMoro Mosoka, *C;
T} — 3HaueHue TOUKM 3aMep3aHns HaTypaibHOIo MOOKa UMK TOUYKa 3aMep3aHinsi CPaBHUTENbHOM Npo-

6bl. *C.

BcpegHem Touka 3amep3aHMsi MO/MOKa MOBbilWaeTca oT fobasneHuns B Hero 1% Bogbl Ha 0,005 *C
(cMm. nMpunoxeHue 2).
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MPUNOXEHWE |
Ob6s3aTensHoe

PyHHOVI KpMockon ¢ MeTacTaTU4eCKMM TEPMOMETPOM

| — cocyp (MONMpPOBaANHMI) UNK WK-
pekoropnelii Tepmoc; 2 — npo6upka
ana npo6bl; J — npobupka AAS nNpu-
rOTOBNEHUA KPUCTaNNWKOB Nbna; 4 —
MeTannnyeckas MPoBOnOKa C neTnent;
5 —npo6ka And npo6bupku ¢ npo6oii;
6 — TepMOMeTp mMeTacTaTuyeckuini Tuna
TN-1: 7—nyna: A—TepMoMeTp CTeK-
NAHHBLIA TeXHUYECKUii; 9 — mewanka
ans npobbl. 10 — mewanka Ao 0X-
naxpgatoueih cmecum; W — Kpblwka
oxnaxpjatouero cocypa: 12 — maHxert

MPUNOXEHWE 2
PekomeHayemoe

Tabnvua
rnepecyeTa TOYKM 3amMep3aHNA MOJIOKa Ha MaCCOBYH [0/1H0 BOJIbl, ,ﬂ.06aBJ'IEHHOI7I B MO/IOKO
Maccosas gons 3HayeHWe TOYKW 3amep3aHUs HaTypanbHOro MONOKa WNW CPaBHUTENbHOW Npo6bl. ‘C
po6aBneHHOM
nogel. 5% -0.Ss0 -0.540 -0.530 -0.520 -0.510
1 -0.545 -0.534 -0.524 -0,515 -0.505
2 -0,539 -0,529 -0,519 -0,510 -0.500
3 -0.534 -0.524 -0.514 -0.504 -0.495
4 -0.528 -0.518 -0.508 -0.499 -0.490
5 -0.523 -0.513 -0.503 —0.494 -0,485
6 -0.517 -0.508 -0.498 -0,489 -0.479
7 -0.512 -0,502 -0.493 -0.484 -0.474
8 -0.506 -0.497 -0.488 -0.478 -0.469
9 -0.501 -0.491 -0.482 -0.473 -0.464
10 -0.495 -0.486 -0.477 -0.468 -0,459
15 -0,468 -0.459 -0.451 -0.442 -0.434
20 -0.440 -0.432 -0.424 -0.416 -0.408
25 -0.413 -0,405 -0.398 -0.390 -0,383
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