LllenoyHoe uncno. ASTM D4739

ASTM D4739-09. CtaHAapTHLIN MeToa onpeapeneHus
LWesIOYHOro 4ucsia noTeHUMOMETPUYEeCKMM TUTPOBaHUEM C
COJZISTHON KUCJIOTOM.

MeToanka onpeaeneHnst WENOYHOro 4ucria HedTenpoayKToB Ha
aBToMaTtuyeckoM tutpaTtope AT-500N npoussoacTtea KoMnaHum KuoTto
DNEKTPOHUKC, ANOHUA.

1. NoarotoBka TUTpaTopa K paboTe.

MoarotoBbTe TUTpATOp K paboTe cornacHo «KpaTkom MHCTPYKLMU
no pabote Ha Tutpatope AT-500N» (panee — KT AT-500N).

2. Npouenypa aHanusa.

MpoBoaAT aHanu3 B cooTBeTcTBUM C nn. 3.1 - 3.3 no meToay
onpeaeneHns OKOHYaHUS TUTPOBaHUA MO Touyke rnepermba (cMm. Tabn.
2).

3.1.0npegeneHne KoagpguumeHTa rnoripaBku TutpaHTa KOH.

B MeH TuTpatopa Bblbepute wMeTtoa «02», KOTOpbIN 3aTem
ckonupynte B nwbonm «cBoboaHbIM» MeTon B AuanasoHe 04?19
(npepnaraetcs meton N%4). BeeouTe B naMeaATb TUTpaATOpa 3HA4YeHUS
napaMeTpoB, yKa3aHHbIX B Tabn. 2 (Meton N%4), B TOM 4uucne maccy
CTaHAAPTHOro BewecTBa AN onpegeneHns kKosdduumeHTa nonpasBku
TuTpaHTa (cM. n. 7 KNT AT-500N).

Puc. 1. MpumMep  KpuUBOW  TUTPOBaAHUSA  Npu  onpeaeneHumn
KoaddunumeHTa nonpaBKu.

3.2.0npegeneHne KoagpguuymneHTa rnoripaBku tutpaHTa HCI.

B MeHw TuTpatopa Bblbepute MeTtoa «02», KOTOpbIN 3aTeMm
ckonupynte B nwbonm «cBoboaHbIM» MeTOoh B AuanasoHe 04?19
(npegnaraetcs meton N95). BeeouTe B naMaATb TUTpaTopa 3HA4YeHUs
napaMeTpoB, yKa3aHHbIX B Tabn. 2 (metog N25), B TOM uucne maccy
CTaHOAPTHOro BelecTBa AN onpenenieHns KoadduumeHTa nonpasku
TuTpaHTa (cM. n. 7 KNT AT-500N).

3.3.MpoBeaeHmne xos10cToro onbiTa (onpeaesieHne ¢oHa).

MNepea onpeaeneHneM LWEeNoYHOro 4yucnia HeobxoamMo YCTaHOBUTD,
CKONMbKO M/ TUTpPaHTa WAET Ha TUTPOBaAHME TUTPALMOHHOIO
pacTtBoputens 6e3 obpasua. 10T 06bLEM Aanee BBOAUTCS B TUTPATOP



Kak napameTtp "Blank", w©n BblunTaetcas wn3 obbeMa TUTPAHTA,
N3pacxon0BaHHOIO Ha TUTpoBaHMe Npobbl.

Beegnte B naMATb TUTpaTOopa 3HAyeHUSA MapaMeTpoB, YKA3aHHbIX B
Tabn. 2 (mMetog N° 6), B TOM u4ucrie nNOAy4YEHHOE 3HadeHue
Koa(ddurumeHTa nonpaBkn TUTPAHTA.

X010CTOW ONbIT NPOBOAUTCS eXeAHEBHO Npu NpoBeAeHUN aHanmsa.

3.4.AHann3 obpasua.

MpoBOANTCA TUTpOBaHME MO MeToAy onpeaeneHus LWenovYHoro ymcna
no Touke nepermba (Metog N2 7).

Beegnte B naMsATb TUTpaTopa 3HAuYeHUS MapaMeTpoB, YKa3aHHbIX B
Tabn. 2 (metogq N°7), B TOM 4ucne noay4dYeHHble 3HadYeHus
KoaddunumeHnTa nonpasku tutpanHTta (n. 5 KUT AT-500N) n ¢oHa (n. 6
KT AT-500N), a Takxe w™Maccy npobbl (n. 7 KWUT AT-500N;
KONMM4YecTBO aHanusmpyemoro obpasua, noabupaemMoe cornacHo
pekoMeHaaummn Tabn. 1). lMNpun HOBbIX aHanu3ax BBOAATCS NULLb TpuU
nocnegHMx napameTpa.

3.5.0npegeneHne rnoteHymasna 6ygpepHoro pacrBopa v AaJlbHEULINMN
rnopsijoK AeNCTBUN.

Morpy3snte 3snekTpoabl B BOAHbLIN 6ydepHbi pactBop ¢ pH=3 (B
cny4dyae onpegesieHusa LWenoYyHoro uumcna) uwnm ¢ pH=10 (B cny4ae
onpeaeneHunsd LLEeMOYHOro  4Yucna  CWIbHbIX  OCHOBAHUN) n
nepeMelinBanTe pacTBOp B Te4YeHMe OKOJ0 5 MWH npu TemnepaType,
OTKNIOHAOWeNCS He 6onee yeM Ha 2?C oT TeMnepaTypbl TUTPOBAHUS
(cM. KW3, n. 5). Bknwumte Mewanky (nNpo ynpasBneHue
nepeMmelwmsaHmem pacrtsopa cM. n. 10 KT AT-500N). Yepes 20 - 30
CeKyHA 3aduKCcupymTe nokasaHus TuTpaTopa C MWIIMBOMbTaXx.
BoikntounTe Mewanky. Beegute nosydyeHHoe 3HayeHmne B metoabl NON°
7 n 8 (cM. Tabn. 2, Metoabl, napametp “1° Level”). MonyyeHHoe
3Ha4YeHMe yunTbIBalOT KakK rnoteHuuan 6ydepHoro pacresopa.

Ecnn kpuBas TutpoBaHusa, nonydeHHas no metoay N°7 (cm. nm. 3.4),
MMeeT TOouKy nepermba BHYTPM Ananas3oHa «noTeHuman 6ydepHoro
pacTtBopa»... «noTeHuuan 6ydepHoro pacteBopa + 100 MB», TO
3HayeHne, NoNy4dYeHHoe B pe3ynbTaTte WuW3MepeHus no n. 3.4,
YUMUTBbIBAOT KaK pe3ynbTaT WU3MEpPEeHMs LWenovYHoro uucna. Ecnu
KpuBas TUTPOBaAHWUS, NoNydeHHas no n. 3.4, He MMeeT YeTKUX Touyek
nepernba nnu e yetkas Touka nepermba HaxXoAUTCS HUXE 3HAYEHMUS
noTeHumana ©6ydepHOro pacrtBopa, TO MpPOBOAAT TUTpoOBaHME nNO
MeToAy onpeneneHns LWeno4YHoro Yyncna no 6ydepHomy pacrtesopy (cM.
Tabn. 2: meton N2 8 — xonocrton onbIT — NpoBecTn no n. 3.3, a 3aTteM
meton N° 9 — aHanm3 obpasua - no 3.4), BBeAst B NapaMeTpbl MeToaa



3Ha4YeHue noTeHunana B MUNIMBObTAX Kak «1st Level». MNony4dyeHHoe
3Ha4YeHne yunTbIBalT KaK pe3ysibTaT U3MepeHus.

Puc. 2. TlpuMep KpuMBOW TUTPOBAHUA C ornpeneneHneM KoHua
TUTPOBAHUA NO 3HAYEHUIO NoTeHuMana.

Puc. 3. [llpuMep KpuBOM TWUTPOBaHMSA nNpu aHanmse obpasua cC
onpeneneHneM KoHua TUTPOBAHUSA MO 3HAYEHUIO NOTeHUMana.

3.Mpoyas nHhpopmaLms o MeTOAUKE.

OnpepeneHve WENOYHOINO 4ucna W/ WMAM  WENOYHOro 4ucna
CUJIbHbIX OCHOBaHUM HedTenpoayKTOB.

- lljes104HOE 4MC/10 — 3TO KONMYECTBO KUCNOTbl (CONSAHOM wWAw
X/TOPHOW), BblpaXXeHHOEe 3KBMBASIEHTHbIM YMC/IOM MI rMAPOKCUAA
Kanma (Mnn B MWIUIMBKBMBANEHTAX rMAPOKCMAA Kanaus Ha
rpamm), Tpebytoweecs AN HeUTpanm3aumm BCEX OCHOBHbIX
KOMMOHEHTOB, MNpPUCYTCTBYOWMX B 1 r maccel npobbl npwu

onucaHue TUTpPOBAHNN A0 onpeneneHHoﬁl TOYKWN SKBNBAJTIEHTHOCTMU.

- llJes1Io4HOEe YMUC/I0 CUJIbHBIX OCHOBaHWi — 3TO KONMYECTBO
KMCNOTbl (CONSAHON UM XNTOPHOWN), Bblpa>XeHHOEe 3KBUBAIEHTHbLIM
YMC/IOM MI rmgpokcmaa kKanusa (MAnM B MUIJIMOKBUBANEHTax
rmapokcmaa Kanumsa Ha rpamm), Tpebytoweeca ans TUTpoBaHUSA A0
KOHEYHOWM TOYKM, COOTBETCTBYIOLLEN pe3ynbTaTaM M3MepeHUs Ha
TUTpaTope CcurHana B MWIIMBOJIbTAX CBEXEeNnpUroToBAEHHOro
OCHOBHOro 6ydepHoro pacrsopa.

TuTpoBaHue CNUPTOBbIM pacTBOpOM HCI obpasua,
MpuHUMN pacTBOPEHHOro B CMUPTO-TOTYO/IbHO-BOAHOM CMECH.

1 - B ASTM D4739 B coctaB TuTpaHTa BxoauT 6onee cnabas
knucnota (consHas), yem B cnydae ASTM D2896 n NOCT 30050
(xnopHas). Takxe B MepBOM Cc/fy4yae wucnonb3lyerca 6onee
nonspHas cucrema pactBopuTesnen, 4em BO BTOpPOM. Mcxoas u3
3TOro, B cnydyae ASTM D2896 m IOCT 30050 ponosiHuTenbHo
TUTPYIOTCA HEKOTOpble criabble OCHOBaHWUA, Yero He NponcxoauTt

OcobeHHOCTH B C/lyyae wucnonb3oBaHus ASTM D4739. 310 Heobxoaumo
yuYnTbiBaTb MNpU NPUHATUUN pPELUEHUS O MPUMEHEHUU TOro UK
Apyroro mertoja.

2 - B HoBon Bepcun ASTM D4739-08el HeBogHble 6ydepHble
pacTBOpbl ANs onpeaeneHnss KOHEYHON TOYKM TUTpPOoBaHUSA 6binn
3aMeHeHbl Ha BOAHble, YTO YNPOCTMUO Npoueaypy aHanunsa.

Obuwwe CM. K3 n. 6
pekoMeHaaummn
Tutpatop AT-500N co cTtaHaapTHbIM npeagycunutenem STD-510,
OCHOBHOE 6topeTkon Ha 10 mn.
obopynoBaHue

onektpoabl H-171 n R-172.

MeToa KncnoTHO-OCHOBHOE HEBOAHOE TUTpOBAaHMeE.



OCHOBHbIE
napameTpbl
MeToaa

Pacuer

Ccblnku

CM. Tabnuuy napameTpos.

O630p 06WMX NPUHLMMOB BBOAA AAHHbIX B NaMATb TUTpaTtopa -
cM. n. 2 KUT AT-500N.

1. PacyeTr NCTUHHOM MOJIIPHOCTHN TuTpaHTa KOH.

C'kon = (10000-S;-ckon) / (Vi-My)

C'koH — NCTMHHasa MonsipHocTb pacteopa KOH, Monb/n;
CkoH — MonspHocTb pacteopa KOH (0,1), monb/n;

V; - o6beM TuTtpaHTa (pactBopa KOH), m3pacxoaoBaHHbIA Ha
TUTPOBAHWE, MJI;

M; - MongpHasa macca budTtanaTta kanua (204,23), r/mMonb;

S: - Macca CTaHAapTHOro BewecTBa AN  onpeaeneHus
KoadduumeHTa nonpasku, r.

2. PacyeTr UCTUHHON MOJISpHOCTU TUTpaHTa HCI.
C'hicr = 8- C'kon / V2
C'ha — UICTUHHaA MonsapHOCTb pacteopa HCI, monb/n;

C'kon — WCTMHHAsA MonsApHOCTb pactBopa KOH, paccumTaHHas no
dopmyne 1, monb/n;

V, - obbeM TuTpaHTa (pacteopa HCI), m3pacxoaoBaHHbLIA Ha
TUTPOBaAHWE, MJ;

3. Pacyer wjes04Horo ymucra.
BN = (V3- V4) C'ha -56,1/ S,
BN - kncnotHoe uncno, mr KOH/r;

V3 - obbem pactBopa HCI, nspacxonoBaHHbIA Ha TUTPOBaHME
pacTteBopuTens C obpasuom Ao KOHEeYHoM TOYKU
(cooTBeTcTBYIOWEN TOUKe nepernba nan noteHunany éydepHoro
pacTBopa — CM. HUXE), MN;

V4, - obbem pactBopa HCI, nspacxogoBaHHbIW Ha TUTpPOBaHue
¢doHa A0 KOHeYyHOM To4ukM (COOTBETCTBYHOLWEN TOuKe nepermnba
nnu noteHumnany 6ydepHoOro pacteopa — CM. HUXe), MJI;

C'o — WCTUHHaAs MONSPHOCTb CcnMpToBOro pacrteopa HCI,
paccuuTaHHas no gopmyne 2, Monb/n;

S, - Macca obpasua, r.

1. PykoBoacteo Kk Tutpatopy AT-500N.

2. ASTM D4739-09. CraHaapTHblM MeTO4 onpeaeneHus
Weno4YHoro 4ucna noTeHUMOMETpPUYECKMM TUTPOBAHUEM C
CONSIHOW KUC/TOTOMN.

3. TOCT 30050-93 (IP 3771-77). Hedtenpoayktbl. Obuiee
LLle/IoYyHoe 4yucno. Mertoa NOTEHLUMOMETPUYECKOrO TUTPOBAHUA



XTOPHOW KUC/IOTOMN.

4. TOCT 11362-96 (ISO 6619). HedTenpoayKTbl MU CMa304Hble
HenTpanmsauuu.

MaTepuansil.
NOTEHLMOMETPUYECKOrO TUTPOBAHUA.

5. ASTM

onpeneneHnd
HOTeHuMOMETpMHeCKMM'TMTpOBaHMeM(:XﬂOpHOﬁ KWUCOTOMN.

Yuncno

D2896-07a
LLlesIoYHOro

Tabsmmya 2. Meroabl TUTPOBaHMSL.

N? meTopa
(Method N9) 4
Ha3BaHune TBN-
(Method name) | TITR-
KOH
Tun Auto
TUTPOBaHUs Titration
Tun metona _ _
(Method Type) | Titration
Form EP Stop
APB N9 1
Unit N° 1
Detector N° 1
Unit N° mv
Max. Volume 10 mL
Wait Time 0s
Direction Auto
Titr. Form EP Stop
End Point N° 1
End Sense Auto

dE Sense

TBN-
TITR-
HCI

Auto
Titration

Titration

EP Stop

mV

10 mL

Auto

EP Stop

Auto

TBN-
BLANK-
PEREG

Blank
Titration

Titration

EP Stop

mV

2 mL

90 s

Auto

EP Stop

Auto

(IP

276).

yncna

TBN-OBR-
PEREG

Auto
Titration

Titration

EP Stop

mV

10 mL

90 s

Auto

EP Stop

Auto

MeTon
CTtaHpapTHbIn  MeTOp4
HedTeNpoAyKTOB
8 9
TBN-
BLANK- TB'\I'S'SFBR'
BUF
Blank Auto
Titration Intermit
Titration Titration
Level
Stop Level Stop
2 2
1 1
1 1
pH pH
2 mL 10 mL
90 s 90 s
Auto Auto
Level
Stop Level Stop
1 1



dE/dmL Sense

1st Level

- - - - ...MB* ...MB*
End Point Area | off off off off - -
Separation off off off off - -
Over Titr. Vol. | gomL | 0.0mL | 0.0mL | 0.0mL | 0.0mL | 0.0mL
Gain 1 1 1 1 1 1
Data Samp.
Pot. 40mV | 40mV | 40mV | 40mV | 40mV | 4.0mV
Data Samp.
Vol. 0.02mL | 0.02 mL| 0.1 mL 0.5 mL 0.1 mL 0.5 mL
Stability ) ) ) ] 0.5
mV/s 0.5 mV/s
Delay Time - - - - 1s 1ls
Limit Time - - - - 30s 30s
Control Speed | Medium | Medium | Medium | Medium - -
Calc. Type Factor | Factor Blank Sample Blank Sample
Conc. 1 - - - Set - Set
CO01=(EP1- CO01=(EP1-
kS *k
Formula /Kézfégf K/}EP-;F EP1 BL2)*TF EP1 BL1)*TF
*K1/SIZE *K1/SIZE
Unit mol/I mol/I ml mg/g ml mg/g
EP N2 1 1 1 2 1 2
Blank Replace - - 2 - 1 -
Temp. Comp. Off Off Off Off Off Off
K1 1000 8 - 56,1 - 56,1
K2

204,3




Report form Short Short Short Short Short Short

Titr. Curve

Yes Yes Yes Yes Yes Yes
bata List off off off off Off off
Graphic Type T. T. T.

T. Curve Curve Curve T. Curve Curve T. Curve
Graphic Range Auto Auto Auto Auto Auto Auto

*4Yycno MUNAMBOABLT, NOACTABNSIEMOE B MporpamMmy TuUTpaTopa,
COOTBETCTBYET W3MEPEHHOMY NOTEHUMANy COOTBETCTBYHOLWLErO
6ydepHoro pacreopa.

[MpuMmevaHue: ana Tutpatopa AT-500N B KauecTtBe
KoaddunumeHta nonpaskn B Metode NO°5 B TuTpatop cnepyer
BBOAMTb 3HayeHne KoadduumeHTa nonpasBky, MNONy4YEeHHOE B
mMeTone N%4. B kauecTBe Xe Koa(ppuuMeHTa rnonpaBkn TUTPaHTA
B MeTtodaax NO2N°6-9 B TuTpaTOop cCneayeTr BBOAUTb 3HAyeHue
MCTUHHOW MOJIAPHOCTU TUTPaHTa, nonydyeHHoe B Mmetonde NO5. B
KayecTBe 3HayeHus XONocToro onbita B Metogaax NON?7 u 9 B
TUTpaTOp cneayeT BBOAMTb  3HA4YeHUs  XOJSIOCTbIX  OMbITOB,
MNONYYEeHHbIX COOTBETCTBEHHO no Metodam N°N°6 un 8.

4. MeToAbl ANA YCTAaHOBKW B MaMaTb TUTpaTopa.
CMm. n. 3 KUT.

N° 4 - “TBN-TITR-KOH"” - onpepeneHne koapdpuuneHTa NnonpaBKu
TuTpaHTta KOH;

Ne 5 - "TBN-TITR-HCI” - onpeaneneHune koadduumeHTa nonpaBku
TuTpaHTa HCl;

N°e 6 - “TBN-BLANK-PEREG” - onpegeneHue ¢doHa (xonoctom
OnbIT) NO TouyKke nepernba;

Ne 7 - “TBN-OBR-PEREG” - aHanu3 obpa3sua: onpeaeneHue
LLLe/TIOYHOro Yncna no Toyke nepernba;

Ne 8 - "“TBN-BLANK-BUF"” - onpegeneHne dpoHa (XONOCTOMN OMbIT)
no 6ydepHoMy pacTtBopy;

Ne 9 - "“TBN-OBR-BUF” - aHanm3 obpa3sua: onpeaeneHue
LLLeNI0YHOro Yyncna no éydepHomy pacTteopy.



