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rocT P UCO 10280—2010

Mpeaucnosue

Lienu n npuHunnel ctTaHgapTnsaynmn B Poccuiicko @egepaunmn yctaHoBneHbl PegepanbHbiM 3aKOHOM OT
27 pekabpsa 2002 r. Ne 184-d3 «O TeXHUYECKOM pErynMpoBaHuny», a npasusia NpUMeHeHUs HauMoHanbHbIX
ctaHgaptoB Poccuinckonn ®eaepaunm — FOCT P 1.0—2004 «CtaHpaptusauus B Poccuitckon ®epepauuu.
OcHOBHbIE NONOXEHNsI»

CeepeHuA o cTaHgapTe

1 NOArOTOBINEH &Iy «LiHNW4epmeT um. U.T. BapanHa», TeXHUYECKAM KOMUTETOM NO CTaHAapTU-
3aummn TK 145 «MeToabl KOHTPOA MeTannonNpPoAyKUMM» Ha OCHOBE COBCTBEHHOTO ayTEHTUYHOTO NepeBoaa Ha
PYCCKUA s13bIK CTaHAapTa, yKasaHHOro B NyHKTe 4

2 BHECEH TexHn4eckum komuteToMm rno ctaHaapTusaumm TK 145 «MeTtoabl KOHTpoNsa MeTannonpoayk-
Ln»

3 YTBEPX/JEH 1 BBEEH B JEMCTBUE Npukasom PegeparnbHOro areHTcTaa no TexXHU4eckomy pery-
nupoBaHunio n MmeTponorum ot 21 gekabps 2010 r. Ne 912-ct

4 HacTosawmin ctaHaapT naeHTudeH mexayHapoaHomMy craHaapty MCO 10280:1991 «Cranb u vyryH.
OnpepneneHue coaepxaHus TUTaHa. CnekTpodoToMeTpUYECKUiA MeToq C NPUMEHEHNEM ANaHTUNMpUIIMeTa-
Ha» (ISO 10280:1991 «Steel and iron — Determination of titanium content — Diantipyrylmethane
spectrophotometric method»).

Mpy NnpyMeHeHNUN HacTOoSILLIero cTaHaapTa PeKoMeHAYEeTCA UCMONb30BaTh BMECTO CCbINTOYHBIX MeXayHa-
poaHbIX CTaHAAPTOB COOTBETCTBYHOLWME UM HaLMoHanbHble cTaHgapTel Pocculickoit eaepauuu, ceeaeHns o
KOTOPbIX NpUBEAEHbI B CPpaBoOYHOM NpunoxeHnn A

5 BBEAEH BNEPBbIE

UnHpopmayusi 06 USMEHeHUsIX K HacmoswemMy cmaHOBapmy nybrnukyemcsi 8 exe200HO u3dagaemMom
UHhbopMayUoOHHOM ykazamerne «HayuoHanbHbie cmaHlapmbi», @ MeKcm U3MeHeHUl U rornpasok e exeme-
CAYHO U30asaeMbix UHGHOpMaUUOHHBLIX yKa3amersix «HayuoHanbHbie cmaHOapmei». B criydae nepecmMompa
(3ameHsb!) Unu ommMeHs! Hacmosiujeeo cmaHdapma coomeememsyroujee yeedomeHue bydem onybnukosaHo
8 eXXeMeCsIYHO u30asaeMOoM UHhOpMaUUOHHOM yKka3amerie «HauuoHanbHbie cmaHOapmely.

Coomeemcmeyrow,as UHGhopMayus, yeeOoMIIEHUE U MEeKCMbI pa3Meuaromcsi makke 8 UHGhopMalUOH-
Hol cucmeme obuje2o rnonb308aHUs — Ha oghuyuarnbHoM calime ®edepanibHO20 a2eHMCMea 10 MexHUYec-
KOMYy peaynuposaHuio U Memporsoguu 8 cemu lHmepHem

© CraHgapTuHdopm, 2012

HacToqawuit cTaHgapT He MoXeT 6bITb MONMHOCTBIO UM YaCTUYHO BOCNpousseaeH, Tupa>XnposaH 1 pac-
NpocTpaHeH B kKa4eCTBe ouLmnansHoro u3gaHns 6es paspelleHuss PegepanbHOro areHTCTBa Mo TEXHNYECKO-
My perynmposaHuUio K METPOJIOTUN
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HAUWOHANbHBLIA CTAHJOAPT POCCUMNCKOWNW SGEOEPALUM

CTANb UYYIYH

OnpepeneHue coaepXaHUs TUTaHa.
CnekTpodoTOMETPUYECKUIA METOA C NPUMEeHEeHUEeM AUaAHTUNUPUNMETaHA

Steel and iron. Determination of titanium content. Diantipyrylmethane spectrophotometric method

Hara sBepenna — 2012—03—01

1 O6nacTbL NpUMeHeHus

HacToswuit cTaHaapT ycTaHaBnuBaeT cnekTpodoTOMETPUYECKUA METOA C NPUMEHEHNEM ONaHTUMNK-
pyunMeTaHa ansa onpeaeneHus coaepkaHus TuTaHa B cTanm u YyryHe.
MeToa npuMmeHUM AN onpeaeneHusl MaccoBbIX foNei TUTaHa B AguanasoHe o1 0,002 % ao 0,800 %.

2 HopmaTtuBHbIe CCbINKKY

B HacToswweM cTaHgapTe UCMOoNb30BaHbl HOPMAaTUBHBIE CChISIKA Ha cneaylolimMe MexayHapoaHble CTaH-
AapThl:

NCO 377-2:19891") OT6op v npurotosneHe obpasLoB A8 UCALITaHW U3 AecdopMupyemblx ctanen.
YacTb 2. Obpasubl ona onpeaeneHus xummudeckoro cocrtasa (ISO 377-2:1989 Selection and preparation of
samples and test pieces of wrought steels; part 2: samples for the determination of the chemical composition)

NCO 385-1:19842) Mocyaa naBopaTopHas. BlopeTkun. YacTb 1. O6ime Tpebosanus (ISO 385-1:1984,
Laboratory glassware — Burettes — Part 1: General requirements)

NCO 648:19773) Mocyna nabopatopHas. MuneTkn ¢ ogHon meTkoi (ISO 648:1977, Laboratory
glassware — One-mark pipettes)

NCO 1042:1998 TMocyaa nabopatopHas. Konbel mepHble ¢ ogHoi meTkon (ISO 1042:1983, Laboratory
glassware — One-mark volumetric flasks)

NCO 5725:19864) lMpeLn3MoHHOCTL METOAOB UCTbITaHUA. OnpeaeneHue NoBTOPSEMOCTU U BOCTIPOMU3-
BOAMMOCTU pe3ynbTaToB CTaHAapTHOrO MeToda C NMoMoLLbo MexnabopaTopHblX UcnbeitaHui (ISO 5725:1986
Precision of test methods; Determination of repeatability and reproducibility for a standard test method by
inter-laboratory tests)

R HencteyeT NCO 14284:1996 «Ctankb u 4yryH. OT6op v npurotoBneHne obpasuos Ans onpegeneHns XMMm4ecko-
ro cocraeay.

2 HencteyeT NCO 385:2005 «[Mocyna nabopaTtopHast cTeknsiHHasi. biopeTkny.

3 HencteyeT NCO 648:2008 «[Mocyna nabopatopHas cTeknsaHHast. [MneTkn ¢ 0aHOW METKOM».

4 OencteytoT NCO 5725-1:1994 « ToYHOCTb (NPaBUNBHOCTbL W NPELM3NOHHOCTE) METOAOR M pe3yrbTaToB u3Mepe-
HWI. YacTb 1. ObLme NprHUMNBLI U onpeaenexHusy,

NCO 5725-2:1994 «ToyHOCTb (NPaBWMbHOCTb Y NPELM3MOHHOCTL) METOAOB U pe3ynbTaToB uamepeHun. Yacte 2.
OCHOBHOM MeTO4 onpeaeneHns NoBTOpseMOCTU 1 BOCNPOM3BOAVIMOCTM CTaHAAPTHOIO METOAa N3MepPeHus»,

NCO 5725-3:1994 «TouHOCTb (MPaBUIIbHOCTE U MPELM3NOHHOCTE) METOAOB U pe3y/ibTaToB uamepenui. HYacts 3.
MpoMeXyToYHbIE NoKasaTeny NPeLn3noHHOCTU CTaHAAPTHOIO METOAA U3MEPEHNAY,

NCO 5725-4:1994 «TouHOCTb (MPaBUIIbHOCTE U NMPELM3NOHHOCTE) METOLOB U pe3yfibTaToB uamepeHui. Yacto 4.
OCHOBHbIE MeTOAbI OnpeaeneHns NPaBUNbHOCTU CTaHAAPTHOIO MEeTOAa N3MEPEHUS,

NCO 5725-5:1994 «To4HOCTb (MPaBUIIbHOCTb U NPELM3NOHHOCTE) METOAOB U pe3ynbTaToB uamepeHunn. Yacte 5.
AnbTepHaTVBHbIE METOAbI OnpeAeneHunsi NPeLn3voHHOCTY CTaHA4apTHOrO MeToAa N3MepPeHNny,

NCO 5725-6:1994 «TouHOCTb (MPaBUIIbHOCTE U NMPELM3NOHHOCTE) METOAOB U pe3yfibTaToB uamepeHui. Hacto 6.
Wcnonbe3oBaHue 3Ha4YeHWIn TOYHOCTU Ha MPaKTUKE».

WU3paHne opnumnansHoe
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3 CywHocTb MeTOAa

MeToq oCHOBaH Ha pacTBOPEHUN aHANUTUYECKON HaBECKN B XIIOPUCTOBOOOPOAHON, a30THOM U CEePHOM
KucnoTax.

[onnasneHne HepacTBOPUMOro 0CTaTKa C KUCIbIM CEPHOKUCTBIM Kannem B Ka4ecTBe NMaBHA.

O6pas3oBaHune XenToro kKomrnekca ¢ 4,4-auaHTUnnupunmMeTaHoMm.

CnekTpodoToMeTpuYeCKNe N3MepPEHUs OKpalLLeHHOro KoMMeKea npu agnuHe BonHbl okono 385 Hw.

4 PeaKkTuBbI

4.1 >Keneso BbICOKON YNCTOThI, cogepxallee MmeHee 2 Mkr TifT.

4.2 Kucnbi cepHokmenbiin kanmin (KHSOy).

4.3 Yrnekucnein HaTpuin (Na,CO3), 6e3BoaHbIN.

4.4 XnopuctosogopoaHasi KUCnoTa, NoTHocTbio 1,19 ricm3.

4.5 AsoTHas KMcroTa, NNoTHocTbo 1,40 r/ems.

4.6 ®TopMCTOBOAOPOAHAS KUCMOTA, NNOTHOCTLIO 1,15 r/em3,

4.7 XnopucToBoaopoaHas KUcroTa, nnoTHocTbio 1,19 r/cm3, pasbasneHHas 1:1.

4.8 XnopucToBoaopoaHas KucroTa, nnoTHocTbio 1,19 r/cm3, pas6asneHHas 1:3.

4.9 CepHas kucnoTa, nnoTHoCTbo 1,84 r/icm3 | pasbasnerHas 1:1.

4.10 BuHHas KMcroTa, pacTeop, NNoTHocTbio 100 r/ams.

4.11 AckopbuHoBas KUCMOTa, PacTBop, NNOTHOCTLI0 100 r/am3,

PacTBop roToBAT HENOCPEACTBEHHO Nepen UCMOoNb30BaHNEM.

4.12 laBeneBoKNCIbIA aMMOHWIA, pacTBOp

PacTteopsitoT 6 r moHoruapuTa Wwasesnesokucrnoro ammonus [([COONH,),H,0] B Boade 1 pasbasnsaioT Ao
200 cm3.

4.13 Xeneso, pacteop, 12,5 r/am3

PacTteopsitoT 1,25 rkenesa (4.1) 8 10 cM3 X710p1MCTOBOAOPOAHOM KUCTIOThI (4.7) NPY OCTOPOXHOM Harpe-
BaHWK, 406ABNAIOT 5 CM3 a30THOM KUCTOTHI (4.5) M KUNATAT 40 TEX Nop, Noka 06beM pacTBopa He yMeHbLINTCS
npubnuautensHo Ao 10 cm3. PacTBop oxnaxaarT, NepeHocaT B MepHyo konby BmecTumocTbio 100 cm3 ¢
opHOM MeTKoW, pa3baBnsitoT 40 MeTK/A BOACH U MepeMeLLmBaroT.

4.14 PacTBOp XONOCTOro onbiTa

[FOTOBAT pacTBOP XONIOCTOro ONbITa NapanmnernbHo ¢ onpegeneHMeM TUTaHa, UCNOoNb3ysl Te e KonMyec-
TBa peaKT1BOB, KOTOPLIE Bbinv B3ATHI AN onpeaeneHns TuTaHa B o6paste, Ho He B xenese. Heobxoaumo che-
aoBaTh MeToauke no 7.3.1 1 7.3.2, Aanee pactsop pasbasnsoT sogon Ao 100 cm3.

4.15 PacTBoOp gMaHTUNMpUnMeTaHa

PacTtBopsitoT 4 r wMoHormgpata — 4,4’ MeTuneH-6uc (2,3-gumeTun-1-peHnn-5-nMpasosoH),
Co3H240,N, - Hy0, (ananTunupunmeTana) 8 20 cM3 X10PUCTOBOAOPOAHON KUCTIOTHI (4.7 ) U pa3basnsioT BoAOM
Ao 100 cm3.

4.16 CtaHaapTHLIN pacTBOp TUTAHA

4.16.1 OcHOBHOW pacTBop, coAepxaluuit 1 r/am3 TUTaHa, roToBsT cneaylowmm obpasom. Hasecky
0,500 r BLICOKOUNCTOro TUTaHa METanNNIMUECKoro co cTeneHbo YNCTOThI 6onee 99,9 % B3BeLUMBAOT C TOYHOC-
Tbto 40 0,0001 r nnomeLaloT B cTakaH BMecTUMOocTbio 300 cm3. lo6asnsioT 180 cM3 cepHOIA KUCTOThI MNOTHOC-
Tolo 1,84 r/cm3, pas6asneHHoN 1:3, HaKPLIBAKOT YaCOBLIM CTEKIIOM, OCTOPOXHO HarpeBaloT A0 MOMHOro
pacTBOpeHUs MeTanna, oKUCNAT a30THOW knucnoTtou (4.5), aobasnsaeMoit no kannam. PacTBop oxnaxaatoT 1
nepeHOCAT B MepHyIo konby BMecTUMocTbio 500 cm3, pa3baBnaioT 40 MeTKMU BO/I0I U NepemMelLInBaloT.

B 1 cm3 aToro pacTeopa cogepxutca 1,0 Mr TutaHa.

4.16.2 CraHaapTHbIA pacTeop, coaepxatmii 50 mr Ti/am3, rotosaTt cneayowmm obpasom. 10,0 cm3
OCHOBHOrO pacTeopa TutaHa (4.16.1) nomewaroT B MepHyto konby BMecTumocTbio 200 cm3, pasbasnsioT 4o
MeTKM BOAOW U NepemMeLLnBaroT.

PacTBOp rotoBAT HENOCpeACTBEHHO Nepea UCNONb30BaHUEM.

1 cm3 3TOrO pacTBOpa COAePXNKUT 50 MKF TUTaHa.

MpumeyaHune— EcnnmHeT gpyrmx ykasaHuil, UICNOMb3yoT PeakTUBbI yCTAHOBIEHHON aHANUTUYECKON CTeNneHn
YUCTOTBI M AUCTUNNNPOBAHHYIO BOAY, AONOMNHNTENBHO OYNULLEHHYIO NEPEroHKON UNn APYruM CnocoGom.

5 Annapartypa

Bca MmepHas cTeknsiHHaa nocyaa aomkHa beiTb knacca A B cootseTcTBUM ¢ UCO 385-1, UCO 648 unn
NCO 1042.

2
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O6bluHoe nabopaTopHoe 0bopyaoBaHue, a Takke 06opyaoBaHue, nepedncneHHoe B 5.1, 5.2,

5.1 Turens NNaTUHOBLIN UMW U3 CTIfIaBa NIaTWUHBI C 30/10TOM BMECTUMOCTbI0 30 cm3.

5.2 CnektpodhoTomeTp gomkeH obecrnevnBaTb U3MepPeEHNe ONTUYECKON NNOTHOCTU Ha AfWMHE BOMHbI
385 Hm.

YcTaHoBKY ANMHBI BOMTHBI HE0BX0AMMO BbINOMHATH C TOYHOCTLIO A0 + 2 HM UK MeHee. Mpu n3mMepeHun
3HayeHuiA onTudeckol nnotHocTn oT 0,05 ao 0,85 cneayeT fo6MBaTLCA NOBTOPSAEMOCT aHANUTUYECKOro CUr-
Hana ¢ ToyHocTbo = 0,003 nnu meHee.

6 OT60p Npob

OT160p Npob npoeoasT B cooTeTcTBUN ¢ NCO 14284,

7 lMpoBeaeHne aHanu3sa

7.1 AHanuTuveckasi HaBecka

BaselwvBaloT aHanMTNYeckyro Hasecky ¢ TouHocTbio Ao 0,0005 r B cooTBeTCTBUM € NpeanonaraeMbiMu
MacCcoBbIMU AONAMN TUTaHA:

a)4ns cogepXaHua TuTaHa B guanasoHe maccosbix gonen ot 0,002 % Ao 0,125 % Haeecka pasHa 1,00T;

6) OnsconepxaHus TUTaHa BananasoHe MaccoBbix 4onenoT0,1255 % ao 0,80 % Hasecka paBHa 0,50T.

7.2 XonocTtoun onbIT

MapannensHo onpedeneHvlo TuTaHa B obpasue, Mo TOW Xe MeToauke, NPOBOAAT XOMNOCTON OnbIT,
NCMONb3ys TO XKe KONIMYECTBO BCEX PEaKTUBOB U TY e KIOBETY A5 USMEPEHMWS ONTUYECKOR NIIOTHOCTK, MpUMe-
HAIS1 B KaYeCTBE aHaIMTUYECKON HaBECKM B3BELLEHHOE 3KBMBalNleHTHOe KonndecTso xenesa (4.1).

7.3 OnpepeneHue TUTaHa
7.3.1 PacTtBOpeHue aHanNnMTM4YeCcKon HaBeCKMN

MomeLwaloT HaBecky (7.1) B XMMUYECKMIA CTakaH BMECTUMOCTbIO 250 cm3, nobasnsioT 20 cM3 XnopucTo-
BOAOPOAHOM KUCMOThI (4.4), 3aKpblBalOT CTakaH YacoBbIM CTEKNOM U pacTBOPSAIOT Npu Temnepatype oT 70 °C o
90 °C g0 npekpalleHus pacTeopeHus. [lobasnsioT 5 cm3 a3o0THOI KUcnoTsl (4.5) 1 BbINapuBaloT A0 Tex nop,
noka o6'bem pacTeopa He AoCTUrHeT npumepHo 10 cmS.

PacTsop oxnaxaatoT, fobasnsioT 20 cm3 cepHoit KUCTOTHI (4.9) 1 BbINapUBaloT A0 NOABNEHUs Genbix
napos Tpuokcuaa cepbl (SO3). HenocpeactseHHo nepen nosisneHnem napos (SO3z) HauMHaeTcs obpasoBaHue
TBepAbIX YacTUL, CONEN, UTO MOXET NPUBECTU K BbIBPOCY pacTBopa 13 cTakaHa, No3aToMy HarpesaTh 3TO crneay-
eT ocTopoxHo. MNocne nosisneHus napos SO5 BbigensieTcs CMeCb TBep/bIX COMen, Npu BLICOKOW TeMnepaType
XKWUAKOCTb MOXET BbICTPO UcnapuTbes. U3bbITOHHOTo BbinapuBaHUa HeobxoammMo nsberatb, BYACTHOCTHU, B CIIy-
Yae aHanusa XpOMOCOAEepXallMX CMnnaBoB, MOCKOMbKY BbiNaBlWe COMM XpoMma TpyaHO nogdaloTcs
NOBTOPHOMY PacTBOPEHUIO.

Mocne oxnaxaeHus pacTeopa, AcbasnaoT 20 cM3 XMOPUCTOBOACPOAHON KMCMOTHI (4.8) N OCTOPOXHO
HarpeBsaloT 40 NOBTOPHOTO PAcTBOPEHUs! COMe.

Mony4eHHbIA pacTBOp UNLTPYIOT Yepes 6e330MbHYI0 PUNbTPoBasbHy bymary co cpefHei NoTHOC-
TbI0 N IPOMBIBAIOT rOpPAYEil BOAOW, CHOBA NPOMBIBAIOT B 10 cM3 XNOPUCTOBOAOPOAHONM KUCTIOTHI (4.7) , 2 NOTOM
NPOMbIBaOT B ropsiyeit Boge. PunbTpaT COXpaHsItoT.

7.3.2 O6paboTka HepacTBOpPMMOro ocTaTKa

PunbTpoBanbHy GyMary c ocTaTkoM MoMeLLaroT B TUresb (5.7), BbICYLUIMBAIOT U O30JISII0T NMPU TAKOW HU3-
KOW TemnepaType, HaCKOMNbKO 3TO BO3MOXHO, MOKa BCe cofepXallue yrnepoa BelecTsa He yaanarca, Aanee
BblAEPXUBAOT NpU Temnepatype npumepHo 700 °C B TeyeHUe npumepHo 15 MuH. OxnaxaatoT, AobasnaoT
HEeCKOMbKO Kanenb CepHoi kucnoTsl (4.9) u 2 cm3 b TopucToBOAOPOAHON KUCNOTEI (4.6), BEINAPMBAIOT 10 CYXOro
ocTaTka u npokanueatoT npu Temneparype 700 °C.

M p n ™M ey aH ne — [insaHanuTMUeCKMX HABECOK, CoAepXaLL X Bonbdpam, 06paboTka ocyLlecTBNAE TCA B COOT-
BETCTBUM C pa3genom 9.

MpokaneHHbI ocTaTok crnnasnsoT ¢ 1,0 rKUCNoro cepHoKUCNoro kanua (4.2) Ha 6yH3eHOBCKOWM ropenke u
oxnaxaatoT. Mnas pacTBopsIOT Npu HarpesaHum B 10 cM3 pacTBOpa BUHHON KUCNOTHI (4.10) u Ao6aBnaAoT K
OCHOBHOMY cbunbTpaTy. MepeHocaT Boe B MepHyIo konby BMecTuMocTbio 100 cm3 unn 200 cm3 B cooTseTCTBUN
¢ Tabnuuen 1, pa3basnsioT BOAOK A0 METKU U NepeMeLLBaloT.
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7.3.3 Pa3BuTue okpacku

MomelualoT ABe anNMKBOTHBIE YacTy pacTBopa B COOTBETCTBUN C Tabnuuel 1 B oTaeNbHblEe MepHbIe Konbel
BMECTUMOCTbI0 50 cM3, YTOBLI FOTOBUTL aHaNM3MPYEMBI PACTBOP U PacTBOpP cpaBHeHus. Beoaat aobasku ¢
NOoMOLLbIO BHOPETOK UMW NUNETOK, NepeMeLLBas pacTBOP Nocne Kaxaon Aobasku.

a) AHanusnpyemMsblil pacTBop:

- pacTBop xenesa (4.13), ecnu Heobxoaumo (Tabnuua 1);

- pacTBop xonoecToro onbita (4.14), ecnun Heobxogumo (Tabnuua 1);

- 2,0 cm3 pacTBopa LWaBeneBoKNCIIoro aMMoHus (4.12);

- 6,0 cM3 xnoprcTOBOAOPOAHON KUCTOTHI (4.7);

- 8,0 cm? pacTBopa ackopBuHoBo kucroTel (4.11), nocne aobasneHns HeobxoaMma BbiepkKa B Tede-
HUe 5 MUH;

- 10,0 cm3 pacTBOpa AaHTUNMPUAMETaHa (4.15).

b) PacTtBop cpaBHeHus:

- pactop xenesa (4.13), ecnn Heobxoaumo (Tabnuua 1);

- pacTBOp xonocToro oneita (4.14) , ecnn Heobxognmo (Tabnuua 1);

- 2,0 cm® pacTBopa LWaBeneBokUCIoro aMmoHms (4.12);

- 8,0 cM3 x1opUCTOBOAOPOAHOI KUCAOTHI (4.7);

- 8,0 cm3 pacTeopa ackopbuHoBoii kucrnoThl (4.11), nocne aobasneHna HeobxoauMa Bbidepxka B Teve-
H1e S MUH.

Pacteopbl a) M b) pazbasnsaoT 4o MeTku BOOOW U NepemelumnsatoT. Pacteopel BbigepxusatoT 30 MuH npu
Temnepatype oT 20 °C go 30 °C. Ecnu Temnepatypa Haxogutca B gnanasoHe oT 15 °C go 20 °C, Heobxoaumo
YBEMUYATL BpeMs BblAEPXKKN A0 60 MUH.

7.3.4 CneKktpodoToMeTpUyeckue usMepeHus

YcTaHaBnMBaloT ANUHY BOMHLI Ha cnekTpocdoTomeTpe (5.2) 385 HM.

MomeLLatoT ONTUHECKYIO KIOBETY, CoAep KaLllyro Bofy, B CNIEKTPOMETP U yCTaHaBNMBaloT Npubop Ha Hyne-
Byt0 0TMeTKy abcopbLmmn. BelbupaloT kKloBeTY ¢ pasMepoM noaxoAsiLLvM Ans oxBaTa HeobxoaMmoro AgnanasoHa
(tabnuua 1). Mpyn UsMeHeHUN pasmepa KoBeTbl He06X0AUMO MOBTOPHO YCTAHOBWUTL CMEKTPOMETP Ha HyIb
abcopbLnu, NCnonb3ys HOBYIO KIOBETY.

U3amepstoT onTrdeckyto NIOTHOCTL OKpalleHHbIX PacTBOPOB U pacTBOPOB CPaBHEHUA ANA aHanu3npye-
moro obpasLia 1 pacTBopa X0NoCToro onbliTa.

[ns kaxxgo napbl nokasaHuin BenuyinH abcopbumm onpeaensiioT oNnTUYECKyo NAOTHOCTL aHanu3npyemMo-
ro pacTBopa nyTeM BbIMUTaHWUS NOKa3aHUs BENMYUHBI a6copOLumnm pacTBopa CpaBHEHUS U3 BENMUYUHBI CyMMap-
Holh abGcopbuun.

Tabnwuuya 1
M BmecTumocTs O6bem O6bem Obbem
Maccosas gons acca . MepHoW Konbbl anuKBoOTHOMN noGaBneHHoro pobagneHHoro Annna
wTama, % aHanuTU4eckon aHANMANPYEMOTO | YACTH pacTBopa, pacTeopa pactsopa ONTUHECKOTO
HaBecku, © 3 3 3 XONOCTOro nyTU KIOBETbI, CM
pacTBopa, cMm cMm xKernesa, cm onbiTa, cmd
0,002—0,050 1,0 100 10,0 — — 2
0,050—0,125 1,0 100 10,0 — — 1
0,125—0,50 0,5 200 10,0 6,0 5,0 1
0,50—0,80 0,5 200 5,0 7,0 7,5 1

7.4 NocTpoeHue rpagympoBoyHoro rpaduka
7.4.1 ToaroToBKa rpagyUpoBOYHbLIX PacTBOPOB

Hagecku xenesa (4.1) maccoin 1,000 r, B3BeLleHHble ¢ TOUHOCTLI0 40 0,001 r, noMeLLatoT B ceputo cTaka-
HOB BMecTUMOCTbIo 250 cm3. [lo6aBnsoT 06beM cTaHAapTHOro pacTeopa TuTaHa (4.16.2) no Tabnuue 2 u
Aanee nNpoBoaaT aHanua no 7.3.1.

3atem go6asnsoT 10 cm3 xnoprcToBoAOPOAHON KACNOThI (4.7), 1,0 T KUCIOro CepHOKUCNOro Kanus (4.2)
1 10 cM3 pacTeopa BUHHOM KMCNOTHI (4.10) K KaXA0MY UbTPATY, XOPOLLIO NepeMeLLMBaloT 40 NOMHOro pac-
TBOPEHUsI. PacTBOp OXNaxaaloT, NOMeLLaT B Cepuio MepHbIX konb BmecTMocTbio 100 cm3, pasbasnsioT Ao
METKW BOJI0OI 1 NnepemMeLlnBatoT.

4
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ANUKBOTHYI0 YacTb o6bemoM 10,0 cM3 Kaxaoro rpagyvpoBOYHOro pacTeopa NoMeLatoT B OTAEbHYH0
MepHY!o KoNBy BMECTUMOCTbI0 50 cM3 1 40BaBNAIT peaKT 1Bk AMNs NOMHOTO NPOABMEHNA OKPACcKM, Kak ykasaHo

B7.3.3.

HeT HeobxoanmocTi AobaBnsATL pacTBop xenesa (4.13) 1 pacTsop xonocToro oneita (4.14).

MpuMeyaHu e — HeT HeoBX0AUMOCTU rOTOBUTL PACTBOP CPaBHEHUS AA KaXA0ro rpagyvpoBOYHONO pacTBo-
pa. FOTOBAT pacTBOp CPaBHEHMWs TOMNBKO AJ1s1 HYJIeBOro pacTBOpa U M3MEpPSItoT OTHOCUTENbHO 3TOro pacTBOpa ONTUYECKYHo
NMOTHOCTb KaXXA0ro rpagyypoBOYHOrO pacTeopa.

Tabnuua 2
CTaHnapTHBI PACTBOP THTAHA KoHueHTpauus tTutaHa Maccoeas gons TuTaHa,
Maccoeasa gons tutana, % 3 ' | OKpaLLeHHOro rpagyMpoBoYHOro cooTBeTCTBYIOLW AN
oM pacTeopa, Mkr/cm3 aHanuTu4yeckon Haeecke, %
0,002—0,050 ov 0 0
1 0,1 0,005
3 0,3 0,015
5 0,5 0,025
7 0,7 0,035
10 1,0 0,050
0,050—0,125 0 0
5 0,5 0,025
10 1,0 0,050
15 1,5 0,075
20 2,0 0,100
25 2,5 0,125
0,125—0,500 0 0 0
5 0,5 0,100
10 1,0 0,200
15 1,5 0,300
20 2,0 0,400
25 2,5 0,500
0,50—0,80 o" 0 0
5 0,5 0,20
10 1,0 0,40
15 1,5 0,60
20 2,0 0,80
1) HyneBoit pacTsop.

7.4.2 CnekrpocpoToMeTpUUYeCKUue U3aMepeHUs

BbinonHsoT cnekTpodoToMeTpUYecKue usmepeHust Kaxxaoro pactsopa no 7.3.4. [ina npeanonaraemMbix
mMaccoBbIX Aonen TutaHa 4o 0,050 % BLINOMHAIOT U3MepeHusl B KioBeTe ANUHON onTudeckoro Nyt 2 cm. Ana
ocTanbHbIX PaCTBOPOB U3MePEHUs BLINOMHSAIOT B KIOBETE C ANIMHON ONTUYECKOro NyT 1 cMm.

7.4.3 lMocTpoeHue rpagyupoBoYHOro rpacpuka

Mo HangeHHBLIM 3HaYEeHUAM ONTUYECKOWN MNOTHOCTU pacTBOPOB U COOTBETCTBYOUWUM UM KOHLIEHTpaunam
TUTaHa B MKF/CM3 CTPOAT rpagynpoBoYHbie rpacukn.

8 O6pabotka pe3ynbTaToB

8.1 MeTop pacueTa

Mo 3HaYeHWsAM OMTMYECKON NIIOTHOCTM OKpaLIeHHbIX aHanM3MpyeMbiX pacTBopoB (7.3.4) HaxogsT,
UCMONb3Y$ rPpafyMpOBOYHBIN rpaduk (7.4.3), KOHLIEHTPaLIMKU TUTaHa B MKr/cm3.
Maccosyto gornto TutaHa W, %, BolYMcnsioT no popmyrne

! \/0‘\4‘100=(9Ti,1_PTi,0) !

106V m

Vy 50
. 22
105 W m 00

= Yo(Pri1 —Prig)

Wri = (P, 1 —Pmi, 0) 200mV,

rae pri o— KOHLLel;TpaLWIﬂ TUTaHa B pacTBOPE XOMOCTOro OnbiTa (C NMonpaBKoi Ha ero pacTeop cpaBHEeHUA),
MKr/cm®;
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P Ti, 1 — KOHUEHTpauusl TuTaHa B aHanU3VpyemMoM pacTsope (C NonpaBkoi Ha PacTBOp CPaBHEHUS),
MKr/cm3;
V, — o6vem aHanusmpyemoro pacTsopa (tabnuua 1), cm3;
V; — obbem anuksoTHoN YacTu (Tabnuua 1), cm3;
V; — o6bem okpalueHHoro pacteopa (7.3.3), cm3;
m — Macca aHanuTu4eckon Hasecku (7.1), T.

8.2 MpeuUsMoHHOCTL

JKcrnepuMeHTanbHas NpoBepka AaHHOro metoda nposoaunack B 17 nabopatopusix Ans AeBATA ypOBHEN
cogepxaHus TUTaHa, npuyeM kaxgas nabopaTopua Nposoauna no Tpy onpeaeneHva Ana Kaxxaoro cogepxa-
HWUA TUTaHa (Npumedanus 11 2).

Ucnonbayemble ncnbityemMble o6pasLbl npuseaeHsl B Tabnuue A.1.

Mony4eHHble pe3ynbTaThl 06pabaTbiBanuck B cooTseTcTBUM ¢ UCO 5725.

MonyyeHHble AaHHbIE NMoKasanu NorapugMUYecKyto 3aBUCUMOCTb MeXay coaepkaHnem TuTaHa, NoBTo-
PAEMOCTbIO (CXOAMMOCTBIO) I 1 BOCTIPOU3BOAMMOCTbIO R 1 R, pe3ynbTaToB UCTIbITaHWUA (NpuMevaHue 3), kak
ykasaHo B Tabnuue 3.

Mpadcunyeckoe NpeacTaBneHne TOYHOCTHBIX XapakTepucTUK AaHo B NPUNoXeHu1 B.

MpumedvaHnwns

1 [Ba n3 Tpex onpeaeneHuin BoiMOMHANMCh B YCMOBUSAX MOBTOPSAEMOCTH (CXoOUMOCTH), Kak ykasaHo B ICO 5725,
T. €. OQVIH onepaTop, Ta Xe annapaTypa, UAeHTUYHblE YCNOBUSA BbIMONHEHUSA N3MEPEHUI, OANH U TOT e rpasyupOBOUHbIN
rpadvk, B npegenax MMHUManbsHOro nepnoga BpeMeHu.

2 TpeTbe n3mepeHre BbIMONHANOCH B pa3Hble Nepnogp! BpeMeHm (B pasHble AHW) TeM e onepaTopom (CM. npume-
YyaHue 3) c ucnonb3oBaHWEM TOV Xe annapartypbl, HO C HOBbIM FPaaypPOBOYHbLIM FPaUKoM.

3 Vcxopas us nonyyeHHbIX pe3ynbTaToB, B NEPBbI AeHb NOBTOPSEMOCTb (CXOAUMOCTB) I M BOCNPOU3BOAUMOCTL R
paccumTbiBanuck no MCO 5725. N3 nepeoro pesynbeTtarta, NONy4YeHHOro B NePBbIN AeHb, U pe3ynbTaTa, Nony4eHHOro BO
BTOPOW AeHb, paccumuTbiBanack MexnabopaTopHas BOCNPON3BOANMOCTb (R,,).

Tabnwunuya 3
MNpenen socnpouasoaumoctu, %
Mpepen noBTOpAEMOCTH
MaccoBas gons TutaHa, %
(cxopgumoctu) r,.%
R R,
w

0,002 0,00035 0,00080 0,00068
0,005 0,00054 0,00130 0,00099
0,010 0,00075 0,00200 0,00130
0,025 0,00120 0,00330 0,00190
0,050 0,00160 0,00480 0,00250
0,100 0,00220 0,00710 0,00340
0,250 0,00340 0,01190 0,00490
0,500 0,00470 0,01750 0,00650
0,800 0,00580 0,02270 0,00780

9 Ocobbin cny4yan

Mpu pasznoxeHnM aHaNUTUYECKOA HABECKW, cofiepKallei Bonbdpam, HepacTBOPUMBIN OCTaToK, Nony-
YeHHbIN nocne 06paboTku ero cepHol 1 (hTOPUCTOBOAOPOAHON KUCMIOTaMU, BLICYLUMBAHUA U NPOKaNnBaHna
npu 700 °C, cnnaensioT ¢ 5 r kapboHaTa HaTpua (4.3) npu 950 °C. OxnaxkaeHHbIN nnas pacTeopsoT B 200 cm3
BoAbl. HarpeBaloT pacTBOp A0 KANEHUs U hunbTpytoT Yepes hunbTpoBanbHyto Bymary cpeaHen NNOTHOCTH,
3aTeM NpoMbIBalOT (hUnbTP ropsiuert BoAon, hunstpat oTopackiBatoT. PUnbLTP € 0CaAKOM MOMELLAIoT B TUrefb
(5.1), BICYLLUMBAIOT U NpOKanMBaioT Npy TemnepaTtype 700 °C.

MpopomkatoT onepauun No 7.3.2, HaunHana co cnoB: «lpokaneHHbIn octTaTok cnnasnsawT ¢ 1,0 rkucnoro
cepHokucnoro kanua (4.2)...» n 4o koHua.

BbINONHSAIOT OTAENbHBIN XONOCTON ONbIT (7.2) N TOTOBAT OTAENbHBLIA PACTBOP XONOCTOro onbiTa (4.14).

M pwumeyaHun e — YkasaHHas onepauns NPOBOAUTCA ATs yHeTa BNUAHUS 3arps3HeHUs peaKkTUBOB.
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10 lNpoToKon ucnbiTaHUA

MpoTOoKOM UCTIbITAaHWUA JOMMKEH CoaepXaTb!

- BCH MHbopMaLmio, Heobxoaumyto 4nsa uaeHTudunkauum obpasya, nabopatopum 1 gaty nposeaeHus
aHanusa;

- CCbINIKY Ha MeTof, NpuBeaAeHHbIN B CTaHaapTe;

- pesynbTaTbl UCTbITAHWIA 1 cnocobbl X 06paboTky;

- ntobble HeobblYHbIE ABNEHUS, UMEeBLUVE MeCTO B poLiecce onpeaeneHus;

- nobble gononHUTeNbHBIE onepaummn, cnocobHbIe MOBNUATL Ha pe3ynbTaThl UCTbITAHWA.
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Mpunoxenne A
(cnpaBoyHoe)

OononHuTenbHasa MHhopMaLUs 0 NpoBeAeHUN MeXAYHaPOAHOro 3KCNepUMeHTa

Tabnuvua 3 nonyyeHa no pesynbTataMm MeXAyHapOAHOr0 3KCMEPUMEHTa, BbIMOMHEHHOIro Ha BOCbMU CTarbHbIX
obpasuax n Ha ogHoM o6pasLie HyLLIKOBOro YyryHa B BOCbMM CTpaHax B 17 nabopaTopusix.

Mpadhmueckoe n3obparkeHne AaHHbIX NPELM3NOHHOCTM NPUBEAEHO B NpUnoXxeHun B.

Wcnone3yemble 06pa3subl Ans ncnbiTaHuii npveeaeHs! B Tabnuue A.1.

Tabnuua A1

Maccosas gons TutaHa, %
O6pasubl Monyvexo
CeptucdrumnposaHo
Wi 4 Wi,

BHP-D3 (msirkas crar) 0,002" 0,0019 0,0019
NBS 11h (msirkas ctanb) 0,004 0,0037 0,0036
JSS 500-5 (HM3konerMpoBaHHas cTarnb) 0,008 0,0061 0,0060
JSS 169-5 (msirkas cTanb) 0,012 0,0107 0,0108
BCS 453 (msrkas ctanb) 0,016 0,0141 0,0144
JSS 171-3 (msrkas ctanb) 0,036 0,0350 0,0349
JSS 102-4 (4yryH) 0,083 0,0809 0,0809
NBS 121d (HepxaBetowas crarnb) 0,342 0,339 0,340
BCS 398 (noCTosHHBLIN MarHUTHbLIN
cnnae) 0,790 0,764 0,764

1) NanHas npo6a 6bina nckrnioueHa U3 pacyeTa, T. K. Ha NpoBy ¢ TakMM coiepXXaHNeM TUTaHa JaHHbIi METOA He pac-
npocTpaHsieTcs.

Mpumevanune— Wy —oblee cpeaHee 3Ha4YeHWe Pe3yrnbTaToB, MOMY4EHHbIX B TEYEHWE OQHOTO AHS;
Wr, , — obliee cpegHee 3HaueHne pesynbTaToB C y4eTOM AaHHbIX ABYX QHEN.
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Mpwunoxenne B
(cnpaBouHoe)

Mpacdmueckoe NpeacTaBneHne AaHHbLIX NPELUIUOHHOCTH

ToyHOoCTb
0,057

—-—0—-—R
o]

0,024 =—===%—==R, ~

—— | /’

0,0002 ,
0,001 0,002

L |
0,005 0,01 0,02 0,05 0,1 0,2 0,5 1
Maccosas gons Tutana, %

Pucyrok B.1 — Jlorapudpmuueckmne 3aBNCMMOCTH Mexay MaccoBbiMK Aonsmn TuTana (We),
MoOBTOPSIEMOCTbIO (1) U BOCNpon3BogumMocTbio (Ru R, ):

Igr=0,4671g Wy, {-2,189;
|g RW= 0,558 |g WTi, 1= 1,590;
lg R,,=0,3641g Wr; ,-2,091,
rae Wy | — cpeaHee 3HaveHne CoaepXaHus TMTaHa, NornyyeHHoe B oAuH AeHb, %;
W1 5 — cpepHee 3HaueHne CoaepKaHus TUTaHa, nony4yeHHoe B pasHbie AHu, %
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MpunoxeHne OA
(cnpaBo4Hoe)

CBefleHUA 0 COOTBETCTBUM CChITOYHbIX MEXAYHapOAHbIX CTAaHAAPTOB CChINOYHbIM
HauuoHanbHbIM cTaHaapTaM Poccuiickon ®Pepepauuun (M 4eACTBYIOWMM B 3TOM KayecTBe
MeXrocyaapcTBeHHbIM cTaHAapTaMm)

Ta6nwuua OAA1

0O603Ha4YeHre CChINOYHOTO CreneHs CooTBETCTRUS 0O603Ha4YeHUE U HaMMEeHOBaHUE COOTBETCTBYHOLLETO
MeXAyHapoaHoro ctaHaapTa HaUMOHaNLHOro ctaHaapTa

NCO 377-2:1989 IDT FOCT P NCO 14284—2009 «Cranb 1 4yryH. Ot6op v noa-
rotoBka obpasLoB A5 onpeaeneHnsi XMMWYeckoro aHanm-
3an»

MCO 385-1;1984 MOD MOCT 29251—91 (UCO 385-1—84) «lMocyaa nabopaTtop-
Has cTeknsaHHan. biopeTku. YacTe 1. O6wme TpeboBaHnsi»

NCO 648:1977 MOD FOCT 29169—91 (MCO 648—77) «Mocyna nabopatopHas
CTeKnsiHHas1, [TMNeTkn ¢ OaHON MeTKOW»

NCO 1042:1998 *

NCO 5725-1:1994 IDT FOCT P UCO 5725-1—2002 «TouHOCTb (NpaBunbHOCTL U

NPeLn3NOHHOCTb) METOAOB W pe3yrnbTaToB WU3MEPEHUN.
YacTb 1. OcHOBHbIE NONOXEHUs U onpegeneHnsa»

NCO 5725-2:1994 IDT FOCT P UCO 5725-2—2002 «To4HOCTb (NPaBuUnbHOCTL U
NPeuUn3noHHOCTb) METOAOB W pPe3ynbTaToB W3MEPEHWIA.
YacTb 2. OcHOBHOM MeTOa onpegeneHusi NOBTOPSIEMOCTU 1
BOCNPOU3BOAUMOCTH CTAHAAPTHOIO METOAA U3MEPEHUIY

NCO 5725-3:1994 IDT FOCT P NCO 5725-3—2002 «TO4HOCTb (NPaBunbHOCTL U
NPeLu3NoHHOCTb) METOAOB M pe3ynbTaToB WU3MEpPEHUN.
Yactb 3. [pomexyTouyHble nokasaTtenu npeunsnoHHOCTU
CTaHAapTHOIO MeToZa U3MEePEHUN»

NCO 5725-4:1994 IDT FOCT P NCO 5725-4—2002 «To4HOCTb (NPaBUNbHOCTL U
Npeun3noHHOCTb) METOAOB U pPe3yrnbTaToB WU3MepPEeHW.
YacTtb 4. OCHOBHbIE MeToAbl ONpeaeneHns NPaBUIIbHOCTY
CTaHAapTHOIO MeToAa U3MepPEeHUn»

NCO 5725-5:1994 IDT FOCT P NCO 5725-5—2002 «To4HOCTb (MPaBunbHOCTb U
NPeLu3noHHOCTb) METOAOB M pPe3ynbTaToB WU3MEepPeHWH.
YacTb 5. AnbTepHaTUBHbIE METOAbI ONPeAeneHns npeLmnan-
OHHOCTMW CTAHOAPTHOro MeToda N3MepeHniny

NCO 5725-6:1994 IDT FOCT P NCO 5725-6—2002 «To4HOCTb (NPaBUNbHOCTb U
Npeun3noHHOCTb) METOAOB WU pe3ynbTaToB W3MepeHWi.
YacTb 6. Micnonb3oBaHue 3Ha4eHUN TOHHOCTW Ha NPaKTUKe»

NCO 14284:1996 IDT rOCT P NCO 14284—2009 «Ctanb u 4yryH. OT6op v nog-
rotToBka o6pasLUoB ANs onpegeneHns XMMUYecKoro cocTa-
Ba»

* COOTBETCTBYIOLMIA HALMOHANBHbLIN CTAHAAPT OTCYTCTBYET. [lo ero yTBepXaeHusi pekoMeHOyeTca UCnonb3oBaTh
nepeBo Ha PYyCcCKWIM sA3bIK AaHHOTO MexayHapoaHoro ctaHgapra. MNepeeo AaHHOro mexayHapoAaHoro craHgapTa Ha-
xogutces B GeaepanbHOM MHGOPMaLUVMOHHOM POoHAe TEXHUYECKUX PernaMeHToB U CTaHg4apToB.

MpwuMeyaHune—B HacToswWwel Tabnuue NCNoNb30BaHbI Cregyrowme yernoBHble 0603Ha4eHns CTeneHn cooT-
BETCTBUS CTaHAapPTOB:

- IDT — naeHTYHbIE CTAHAAPTHI;

- MOD — mogudmumpoBaHHbie cTaHaapThl.

10
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YK 669.14:620.2:006.354 OKC 77.080.01 B39 OKCTY 0709

KritoueBble croBa: cTanb u YyryH, onpeaeneHne cogepxaHua tutaHa, CI'IeKTpO(*)OTOMeTpI/I‘-IeCKI/IVI MeTon C
npUuMeHeHneM gUuaHTunmpunMeTaHa
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