OnpepeneHue kucnotHoro umcna. roCTt 32327, ASTM D 664

MeToA W3MepeHus: NOTEHLMOMETPUYECKOE  KMUCIIOTHO-OCHOBHOE
TUTpOBaHuMe.,

DNeKTpoabl: KOMOWMHWPOBAHHLIM CTeKNSAHHbIN pH-anekTpon C-173
ANs HEBOAHbIX TUTpOBaHUW (BHYTpeHHUN pacteop: 1 M pactseop LiCl
B 3TaHone).

TutpaHT: 0,1M pacTtBOop rmapokcuaga Kanauvsa B 2- NpornaHose

PacTtBopuTenb ANg TUTPOBAHUS: TOMAYOJ: YMCTas BoAa: 2-npornaHon
= 500 : 5: 495 ( no ob6bemy).

1. O6nacTb NpUMEHEeHNs U TEPMUHOJIOMUSA

N3mepeHune KMCNOTHOIO ymcna HedTenpoayKTOB (TAN)
BblNoAHSAETCS B cooTBeTCTBUM € ASTM D 664 « CtaHAapTHbIN MeToj,
onpefenieHNss  KUCAOTHOMO 4ucna HedTenpoayKTOB  MeToAOoM
NOTEHLNOMETPUYECKOr0 TUTPOBAHUS».

Mpoby wucnblITyemMmoro obpasua TUTPYIOT 0,1M  pacTtBOopoM
rmapokcuaa Kanus B 2-nponaHone, To4yka nepermba Ha KpuBOWM
TUTPOBaAHMSA  pacCMaTpMBaeTCs KaK KOHeYyHas TouykKa TUTPOBaHMS
(KTT). Ecnn B KpuMBOM TUTPOBaAHWUA OTCYTCTBYET 4eTKas TouykKa
nepernba, To0 3a KTT npuHMMalOTCAa MnokasaHua npubopa,
COOTBETCTBYOWME  3HAYEHUO BoAHOro 6ydepHOro pacrTBopa,
YKa3aHHOMY B cTaHpapTte. KWCIOTHOE 4YMCNO paccymMTbiBAeTCH Mo
obbemy 0,1 M pacTBOpa rMAPOOKMUCK Kannd, 3aTpayeHHOro Ha
TUTpoBaHue obpasua no KTT.

O6pa3ubl AN UCMAbITAaHWIA pPacTBOPSIOT B CMELLIaHHOM pacTBopuTene
M3 TOJlyona M 2-nponaHona C He6OoNbLINMM KOMYECTBOM BOAbI.
HedTenpoaykTbl, pacTBOPEHHble B CMeELIaHHOM pacTBoOpUTENe,
coaepxat Takue KOMMOHEHTHI, Kak opraHuyeckue 7
HeopraHM4Yyeckme  KWUCIOTbl,  CNOXHble  3dupbl, deHONbHbIE
COeANHEHUSI, CMOJIbl, COMN TSKENbIX METansioB, CO/IM aMMOHWUS,
cnabble KNCNoTbl U XNopuabl MHOFOOCHOBHbIX KMCOT.

2. NMpnMmeuyaHus

1) ang npeaoTBpalleHuns CHUXXeHUS YYBCTBUTE/IbHOCTH
CTEKNAHHOIO  3/eKTpoaa, Heobxoanmo nocne Kaxaoro
n3MmepeHud BblaepXxuBatb pH-anektpog npu pH 4,5-5,5 B
pacTBOpe COSIAHON KUCNOTbl B TeYeHUe NpUMepHo 5 MUH.


http://www.titrators.ru/methods/document-1676-1676.phtml

2) 0,1 M pactBop rmapokcuaa Kanusa B 2-npornadHone cneayer
CTaHOAapTU3MpPOBaATb, KaK TONIbKO U3MEHEeHWe  KOHUEeHTpauumu
npesbiwaeTr 0,0005 monb /am>.

3) B cnydae HeHaanexawmx 3Ha4YeHU NOBTOPAEMOCTU  WUNKn
HeYyeTKoOM TO4YKM nepernba, pekoMeHAyeTcs npoAayBKa a30TOM Ans
CHUXeHusa snnaHmnsa CO,, cogepxxaulerocsa B BO3AyXe.

4) Ona wvcknwo4veHuns BausHua CO,, pekomeHayeTcs no6aBnsATb
pacTBOpuUTENb AN TUTPOBaHMSA B XUMUYECKNIA cTakaH
TONIbKO nepen TUTPOBaHUEM.

5) Yt06bl ycTpaHuTb BanaHne CO,, peKOMeHAYeTCs YCTaHOBWUTb
CKOPOCTb MepeMeLllmnBaHnNsg Ha «2».

3. Mpoueaypbl Nnocsnie TUTPOBaHUA

B cBSA3M C TEM, YTO YyBCTBUTENLHOCTL pH-3nekTpoaoB nocne cepumn
N3MEPEHUIN YXYALIAeTCsl, PEeKOMEHAYETCS BOCCTaHaBIMBATb  UX
4YyBCTBUTENbHOCTb MO Npoueaype, onncaHHon B n.2. NpuMmedyaHun.

4. NMpoueaypa onpeaeneHus WeNIOYHOro Yymcsa
Xonocton onbIT (651aHK)

1) [dob6asbTe 125 cM’ pacTBopuTenss ANnS TUTPOBaHUS B CTakaH
eMKoCTbio 200 cM>.

2) lNMpoaynTe a30TOM MOBEPXHOCTb pacTtBopa co ckopocTbto 200
OM>/MUH U TUTPYIiTE

0,1 M pacTtBOpOM TrMAPOOKUCK Kanua B 2-nponaHosie  Ans
N3MepeHns YpoBHS X0O/0CTOro onbita (6naHka).

N3MepeHune

1) B3BecbTe Tpebyemoe kKonmn4yectso obpasua (cMm. Tabnuuyy 1
ASTM D 664) B cTakaHe eMKOCTblO 200 cm>.

2) JobasbTe 125 cM® pacTBopuTens Ans TUTPOBAHUSA B CTaKaH.

3) MNpoaynTe a30TOM MOBEPXHOCTb pacTBopa cO ckopocTbio 200
OM® /MUH) 1 TUTpyiiTe

0,1 M pacTtBOpOM rmapooKmMcu Kanma B 2-rniponaHosie ao KTT.



5. Pacuer

KucnoTtHoe uncno (mr KOH/r) = (EP1 -BL1) x TF x C1 /S

EP1 : Pacxon TUTpaHTa, cM’

BL1: Pacxoa TuTpaHTa (6naHk, cM®) = 0.1262 cm® (O6paszen, (1)
= 0.1039 cm?® (O6paszen ()
= 0.1060 cm® (O6pazey, 3))

0.9606 (O6pasewn (1))

= 0.9340 (O6pazel ()

= 0.9324 (O6pa3zey, (3))

Cl: KoadpduumeHT nepecyeta KOHUEHTpauuun (C y4eToMm
MonsipHon Maccbl KOH) = 5.61 mMr/mn

TF KoadhduumeHt TUTpa

S : Macca obpa3sua, (r)

NMapamMeTpbl TUTPOBaAHUSA:

-Titration parameter-

< \ > Auto Int <C ara.
Number of EP @ |
< orm> EP Stop End Sense  : Set
dl 125.0 (dE) (Sample (1D.2)
< ’ > 100.0 (dE) (Samplke (1))
Max Volume 20 (ml) dE/dml 1000 (dE'dmlL)
Channel/Uni(Curl) - Chl, mV (am 1
Channel/'Unit(Ref) : Off Data Sampling Auto
pH Polanty Standard Curl. Speed  : Slow (Sanmple (D)
Iitr. TypeCheck  : No Check Standard (Sample 2).(3))
Direction  : Negative Other Cirl Standard
Wait Time 10 (s) Auto Int. Mode : Blank (Blank test)
Dose Mode : None Standard (Samplke (D~(3)

“

Sturer Speed @ 2



NMpuMmep KPpUBOM TUTPOBAHUA U NOJTYUYEHHbIX pe3yJ/ibTaToB

<<Titration Result>>

Sample No. 01-08 Titration Date 21/11/2018 15:41:36
Model/Serial No. AT-710(MCU-710) / 19381861  Titration Time 00:01:15
Operator
Method Name Acid number 664 A
Titration Mode Intermit Titration Form Level Stop
Titration Burette 1 Channel,Unit Chl,pH
Titration Reagent 0.1 M KOH
Titrant Temp. -—- [Deg.C] Comp.Temp. --- [Deg.C]
Sample Name KH-1
Sample ID TS Sample Size 20.083100 [g]
Initial Temp. ---- [Deg.C] Final Volume 0.3000 [mL]
Initial Pot. 8.097 [pH] Final Pot. 10.738 [pH]
Remarks
EP1 EP2 EP3 EP4 EP5
EP Titration [mL] 0.2934 - - - -
EP Level [pH] 11.000 - - - -
[Result]
Calculation Result 1~ Calculation Result 2 - - -
[mgKOH/g| [ml]

0.043

[Titration Curve]
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Pe3ynbTaTbl TUTPOBaHUS AN Kaxaoro obpasua (pasHuua ABYX
pe3ynbTaToB) 6bLIN B Npeaenax NnoBTOPSEMOCTU, YKa3aHHON B
ASTM D 664 n JIS K2501.



