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Tantalum and its oxide. Photometrical method for
determinalion of molybdenum and tungsten
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Cpok jaeiicTBus ¢ 01.01.90
no 01.01.95
Hecobmionenvie cranpapra npecieayercss no 3aKOHY

Hacrosmuii craHgapt ycraHaBjauHBaeT ¢GOTOMETPHYECKHH MeTOJ
onpelesieHHs] MacCOBBIX joJeli MonubGaeHa u Boanppama (ot 0,004
10 0,04 % kaxa0ro) B TaHTaJE H €r0 OKHCH.

Merojx ocHOBaH Ha MOCAENOBATENBHOH 3KCTPAKUHH aMHUJalieTaTOM
HJIu XJ0pCchOPMOM OKPAIIEHHBIX KOMIJIEKCHBIX COefHHEHHEH MOJHO6ge-
Ha HJM BoJb(hpPama ¢ RUTHOJIOM H3 Pa3HBIX aJHKBOTHBIX 4acTeH pacT-
BOpa C NOCJAEAyIOIHM H3MePeHHEM OHTHYECKOHW IJIOTHOCTH 3KCTpaK-

TOB.
1. OBILUE TPEBOBAHHUA

1.1. O6wue Tpe6OBaHUS K METOLY aHa/Ju3a U TpeboBaHus Gesonac-
HocTH —no TOCT 18904.0 ¢ pomosHeHMeM: 3a pesy/abraT aHa.ax3a
NPUHHMAIOT cpellHee apudMeTHUECKOe TpeX MmapaJslie/]bHBEIX OMpeIeJe-
HHH, KaxXJl0e U3 KOTOPBLIX BBINOJNHAIOT H3 OTAEJNbHOH HAaBECKH.

2. AIIMAPATYPA, PEAKTHBbBI H PACTBOPbDI

®oToanekTpokosopumerp ®3K-56 MM aHAJNOTHYHBIH.
[leur MydesapHas.

[TnuTka 3jeKTpUUecKasl.

Turau HUKeJEBHE.

Bopouky aenuTenbHble BMeCcTHMOCTBIO B0—75 cMm®,
Kon6er mepHble BMectuMocthio 100 1 1000 cm®.
Koa6nl KoHHUeckHe BMecTHMOCTbio 100 cm3.

[Tunmerku BmectuMocteio 1,5 u 10 cMmd.
Mukpo6lopeTka BMECTHMOCTBIO 5 cM3.

Uspanue odumuanbhoe Ilepeneuatka Bocipemera
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CTakaHul XHUMHUECKHE CTeKJsiHHbEe BMecTumocthio 50—100 cm3,

Bechl aHagUTHYeCKHE.

Crtynka ¥ nectuk ¢aphpoposbie.

AmMuak sBoannii no FOCT 3760.

AMHaaueTar.

Anvmounit Mmoau6aenosokucasit no 'OCT 3765, x. 4.

Boiopoaa nmepekuces no T'OCT 10929, pacTBop ¢ MacCoBOKH KOHUEHT-
paureid 150 r/ams.

Bonuppam meranaunuecknit.

Boasdpam (V1) oxnuce.

Kucaora coagunasi ro TOCT 3118,

Moanbied mMeraJaJaHuyecKHH.

Harpusi ruapooxucy, no F'OCT 4328 u pacTBOp ¢ MaccoBOH KOH-
uentpauueir 100 r/gm3.

Cnuprt stugoemit pextupukosannbit mo 'OCT 18300 muam  cnupr
3TH.IOBBIH Texuuuyeckuit (rugpoausumit) no T'OCT 17299, swicweh
OYHCTKH.

TuTaH MeTadIHYeCKHH.

A10podopm (TpHXJOpMETaH).

[TuHk-qution (3,4-AUMEPKanToToaAyoa UHHKOBAs COJb).

CvcrmeH3ust UMHK-AHTHOJA: HaecKy Maccodt 0,1 r uHMHK-guTHONA
CMAuUBAIOT COUPTOM, pacTHpaioT B papdopoBoil cTynke, A06aBAS©OT
25 ¢w?® cnupTa, nepej NPUMEHEeHHeM CYCHEeH3HI0 B30aJTHIBAIOT.

PacTBOp  THTAaHAZ  TPHUXJOPHIAa C MAaCCOBOH  KOHIEHTpauHeH
150 r/1m®: HaBecky Maccoi 0,5 r THTaHa MeTaJJIHYeCKOro NnoMelaloT
B CT2K4H BMeCTHMOCTbIO 25—50 cm?, nobaBasior 10 cM® coadHoll Kuz-
JIOTEI, HAKPBIBAIOT 4aCOBLIM CTCKJAOM H PAaCTBOPAOT NPH HArpeBAHHHU
Ha [JUTKe, 106aBAfis COMSHYIO0 KHCJAOTY IO HOCTOSHHOrO o0O0beMma

(10 ¢cm?®); pacTBRop XPaHsiT B TeMHOH CK/fHKe C NpuUTepPTOH nPOOKOH
ne Coaee Tpex CYTOXK.

CraHaapTHeIH pacTBop Bogabdpama, comepxamuft 0,1 Mr Boaedpa-
Ma B | cM® roTOBAT OJHHM H3 ABYX CNocoGOB.

[{epemii cnoco6: Hapecky Boandpama maccoéh 0,1 r nomemalor B
crakad BmectuMmocToio 200 cm®, npuaumBaioT 5—10 cm?® Boaw, 20—
25 cM® mepeKHcH BOJLOpOAA H HarpeBaKT [0 PAacTBOPEHHS HAaBECKH,
IePHOAHYECKH MOMeIINBasi. 3aTeM OCTOPOXKHO, Mo KamiaaM, nobasds-
10T 2 cM® aMMHaka M CHOBA NOJAOTPEBAIOT A0 00eciiBeUHBAHHA PACTBO-
pa. TTocae oxnaxaeHHs PacTBOP IIEPEBOAAT B MEPHYIO KOJNOY BMeCTH-
MOCTBIO | AM°, HOBOAAT BOJOH 0 METKH H MePeMellnBaloT.

Bropo#i cnocof: HaBecky OKucu Bojbdppama macco#t 0,1261 r, npo-
KaJeHHOM ;0 nocTosiHHO# maccer npin 690—700°C, nomewarwr B cra-
KaH BvectimocTbio 100 cm®, pacTteopser B 20—25 cm? pacTBopa ruu-
PONKIICH HaTPHA, NEPEBCISAT B MEPHYIO KOO\ BMECTHMOCThIO | Am?,
J0B0IHT BOJIOA A0 METKH H nepeMeniMBaloT.
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C. 3 TOCT 18904.1—89

Pactsop Bosbdpama, cogepxawni 0,01 mMr sBoabppama B 1 cm3
(paGounii), roToBsIT B AeHb ynoTpebjeHus pasbaBieHHeM CTaHAaPTHO-
ro pacteopa Boao# B 10 pas.

CrangapTHHA pacTBop MogaHOaeHa, copepxamui 0,1 mMmr monubae-
Ha B 1 cM3 rOTOBSIT OHUM H3 JIBYX CIOCOGOB.

IlepBriit cnoco6: HaBecky moJaubaeHa wmaccoit 0,1 r noMmemawor B
crakan BMectHMocThio 100 cm3, pacTBOpsIOT B b cM? pacTBopa nepe-
KHCH BOJOPOJa, A06aBJAIOT H3OBITOK aMMHaKa, PacTBOP KHIATAT /0
o6ccuBeYNBaHHSA H yJaJleHHa NepekHcH Bojgopona. [locie oxJaxmeHHs
pacTBOp NepeBOAAT B MepHyIO Koaly BMecTHMOCTbIO 1 M3, mOBORAT
BOJOH 10 METKH H IePEeMeILHBAIOT.

Bropo# cnoco6: HaBeCKy MOJUOGJeHOBOKHCJOTO aMMOHHS Maccoi
1,840 r pacTBOpsIOT B BOAE, NEPEBOJAT B MEPHYX KOJOy BMeCTH-
MOCTBIO 1 AM3, IOBORAT BOIOW 10 METKH U IepeMelIHBAIoT.

Pacrteop monubpena, copepxkamuit 0,01 mr moanubaena B 1 cm®
(pabouuil), roToBAT B AeHb ynoTpebiaeHUS pasbaBJieHHeM CTaHAapTHO-
ro pacreopa Bojoit B 10 pas.

3. MPOBENEHHUE AHAJIU3A

3.1. HaBecky TaHTana uaum ero okucH Maccoit 0,3—0,5 r (nmpu
MaccoBoil goae moaubaena o 0,02% — naBecka 0,5 r) moMeuiaior B
HHKeJIeBb#i THre/lb, B KOTOPOM MNPeJBapHUTeNbHO pacnJaBlied Ha MJHT-
Ke | r IUADOOKHCH HaTpHs, H00aBJAIOT 3 © HAPOOKMCH HATpHHA, NIO-
MEIIAI0T TUTe/Jb B XOJOLHYI0 My(QeJbHYI reyb, JOBOAAT TeMOepaTypy
o 800—850°C ¥ cnuiaBJAIOT O NOJYyYeHH:A ONHODOAHOTO InJjaBa. TH-
rejb ¢ IJJaBOM OXJ2aXJaloT, maas obpabareizalor 60 cM?® BoaW npwu
KHISIYEHHH.

ITocne oxsaxJeHUsI pacTBOP C CCaLKOM INePEBOAAT B MEPHYIO KOJ-
Oy BMmectuMocTbio 100 cm?®, pa3GapasioT BOAOH [0 METKH, TIIATENLHO.
nepeMenruBaoT U OCTABJSIOT [0 OTCTAaHBaHHA ocajka. B nea crakaHa
BMectumocTeio  50—70 cu® nomemalor no 10—15 em3®  mpospauHoro
pacTBOpa, MPH HEOOXOAMMOCTH A0CaBJAAIOT BCAY A0 15 cM3, npuausa-
10T 110 15 cM® CONAHONA KHCJOTH H HEepPeMeNHBaloT.

3.1.1. Ona onpeneneHuss monuGieHa B OLHH H3 CTAKAHOB MpPHJH-
BaloT 2 cM® CYCHEH3HHM LHHK-IHTHOJA U OCTaBASAIOT HA 15 MHH, u3pen-
Ka nepemellnBad. PacTBOp mepeBOJAT B JCJHTEIbHYIO BODOHKY BMeC-
TEMOCcThI0 50 cM®, IPUJIHBAIOT TOUHO 5 cM® aMHjauneTaTa HJIH XJ0pPO-
¢opma, B36aJaTHBAIOT | MHH; Iocje PACCICEHH BOAHYIO (asy oTbpa-
CHIBAIOT, SKCTPAKT NEPEBOJAAT B CYXYI KIOBETY C TOJUIMHON ciosf 3—
10 MM (KIOBETy C TOJIHIMHON cJiost 3—5 MM HCHOJB3YIOT, €CJIH Macca
moJubGaeHa 6ojiee 14 MKr), HaKPBIBAIOT Ce€ KPHIIIKOH M OCTaBJSICT
CTOAThL [0 HCUE3HOBEHHS My3HIPLKOB.

3.1.2. Jlas ompejeneHusi BoabdpaMa B JIPyroil crakaH no6aBasiorT
10 xapenn, pacTBopa TPHXJOPHAA TUTaHa (TWosiBieHHe (hHOJIETOBOM
okpacku). IIpu Hanuuun Moaubaena npubasidaior 1,5 cM® cBexenpH-

8



TOCT 18904.1—88 C. 4

TOTOBJIEHHOrO TPHXJAODHJLA THTaHA, OCTaBJsAIOT Ha 10 MHH, nepeMemu-
Bas, U HarpeBaloT 40 KHIEHus. PacTBOp cjerka OXJaxKRaloT, NPHJIH-
BalOT 1 cM® CyCIIeH3HH UHHK-AHTHOJA MU NePeBOAST B LHJIHHAD BMeC-
TEMOCTBIO 50—70 cM3 co cTekasiHHOA npo6Gkof. Iluaunap nomemawoTr
B CTakaH ¢ KHNsmeld BoAoH Ha 5—7 MHH. 3aTeM PacTBOp OXJaxAaloT,
MNEePeBOAST B AEJNHTEJNbHYIO BOPOHKY BMecTHMOCTbIO 50 cM?, mpHJIHBa-
10T ¥3 MHKDPOGIOPETKH HJH NHNEeTKOH ¢ moplrHeM 5 cM3 aMHaaunerara
WiIn xjaopobopma u B3GaaTeiBator 1| mun. Hocne paccioepus Boanylo
taszy or6pachlBaiOT, SKCTPAKT NEPEBOJAT B CYXYI0 KIOBETy C TOJINH-
Holt ciost 5—10 MM (KioBeTy ¢ TOJNILHMHONH cOf 5 CM NPHMEHSIOT, ec-
J¥ Macca BoJb(ppama Gojee 24 MKr), HAKPHIBAIOT KPHIUKOH ¥ OCTaB-
JISIIOT CTOSITh A0 HCHUE3HOBEHHsI Ny3HbPbKOB (0K0JO 1 MHH).

3.1.3. OnTHuyecKy [VIOTHOCTh IKCTPAKTOB H3MEPAIOT Ha (oTo-
BACKTPOKONOPUMETPE NPK AAune Boaus 630 ¥M. B xauectpe pacTRopa
CpaBHeHHs IPHMeHSIOT BoAy. OJHOBPEMeHHO yepe3 BeCch XOJ aHaJH3a
MPOBOASAT KOHTPOJbHBIA onbiT. ONTHYECKAsA MJIOTHOCTh PacTBOPa KOHT-
POJILHOTO ONBITA He [OJKHA npeBHIIATh 3Hauenus 0,01. Maccy monug-
AeHa u BOJbdPaMa HaxXOAAT nO TPAaAyHPOBOYHEIM TPaduKaM.

32 IlocTpoeHHe TPaAyHDOBOUYHHX IrpadHKOB

3.2.1. ITodzoroska pacreopos 0as onpedesenus mosubdena

B crakann BMectumocthio 50 cm?® BBoasr 0,3; 0,5; 0,7; 0,9; 1,0;
1,5; 2,0; 2,5; 3,0 cm3 pabouyero pacTtsopa MoaubleHa, NPHAHBAIOT BO-
oy 1o 15 cu?, no 15 cm® CONMAHOH KHUCJIOTHI H NepeMelzHBawT. [lanee
onpeiednenne nposogsr no mm. 3.1.1, 3.1.3.

3.2.2. lIodeorosra pacréopos das onpederexus 80Lb(pAMA

B crakanwe BMecruMocTbio 50 cm? BBoasaT 0,3; 0,5; 0,7; 1,0; 1,5;
2,0; 3,0; 4,0; 5,0 cm® paGouero pactsopa BoJb(ppama, NPUIUBAIOT BO-
ay Ao 15 cm®, no 15 cm?® coastnoft xucaorsl. Ilocae pobae/ieHHs KaX-
JOro peakTHBAa KamJAblil PacTBOP TIIATeNbHO mnepeMemnsalor. [asee
onpelenenune npopouar no nm. 3.1.2 u 3.1.3.

3.2.3. Tlo v3aMepeHHEIM 3HAaueHHMSM ONTHYECKOH NJIOTHOCTH Kan0-
r0 U3 PacTBOPOB CPaBHEHHs II COOTBETCTBYIOLIMM 3HAYEHHSM MacChi
MosnubiaeHa MJAH BoJbdpaMa CTPOAT TPaLyHpOBOYHBIE rpadHKH OLHO-
BpeMCHHO ¢ MPOBEACHNEM aHanu3a cepuH npof.

4. OBPABOTKA PE3VALTATOR

4.1. Maccosyio jgono MoaubieHa MM Boardpama B INPOUEHTAxX
(X) Bouucasior no dopmyae

o V100

mVy
rae m — Macca MoaubacHa (poandpama), HaliflcHHas 0O rpanyH-
POBOYHOMY TpaduKy, MT;
V — o61eM MepHOH KOJIGH, CM3;
o 9



C. 5 TOCT 18904.1—89

m; — Macca HaBeCKH aHaJu3upyeMol npolHl, Mr;
Vi — ob6bem aJIHKBOTHOH 4aCTH pacTsopa, cM>.

4.2. A6coIOTHOE 3HAaueHHe PAa3sHOCTH HauboJblIero ¥ Ha¥MeHb-
Iero pe3yJbTATOB MapaJijie/ibHBIX ONPejielieHuii, a Takke abCOJMIOTHOE
3HaYeHHe PA3HOCTH JABYX PpE3yJbTaTOB aHAJH3a C BEePOSTHOCTBHIO
P=0,95 He AOJXHO NpPEBHIIATL 3HAYEHHA JONYCKAeMBIX DPacXOXIAe-
HHil, yKa3aHHbIX B Tabauue.

MaccoBass Aoast MoauGAERa
¢ A . JonyckaeMoe pacxoxkaeHue, %

(Bospdpama), '
0,004 ] 0,001
0,01 0,002
0,02 ! 0,003
0,04 ‘ 0,005

4.3. JlonyckaeTcst npuMeHeHHe APYTHX METOMMK aHA/H3d, MO MeT-
POJIOTHYECKHM XAapaKTePHCTHKaM He yCTynaloliHM IpHBEIEeHHbBIM B
CTanfapre.

4.4. Tlpyu BO3HUKHOBCHHM DA3HOrJACHH NP ONpPeAeJIeHHH MOJHGae-
Ha u BOMbdpaMa NPHMEHAIOT (OTOMETPHYECKHA MeTOJ aHasH3a.
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