YAK 669.294:543.06:006.354 I'pynna B59
FOCYI[ACTBEHHHH CTAHIOLAPT COKO3A CCHP

HHOBUWH
CnekTpajbubli METOX olpejeseHMst TaHTaJa FrOCT
Niobium. Spectral method for the 18385.7—89

determination of tantalum

OKCTY 1709

s

Cpok peiicrBus ¢ 01.07.91

a0 J1.01.96

HecoGnlogenne crangapra npecieilyercs 1o 3aKOHy

Hacrtosawuid crasgapt pacrnpocTpaHsAeTcss Ha CHeKTPaJdbHbIH METOJ
onpeaesieHUd MAacCCOBOM J[0JiKM TaHTagJa B CJAHTKax HHoOus oT U,00
10 1%.

MeTOA OCHOBaH Ha 3aBHCHMOCTH MHTEHCHBHOCTH CHEKTPaJbHOH
JUIIHY TaHTaJa OT ero MaccoBOM JoJin B ¢Opasue Lpd BO30OyKaeHHH
CIICKTpa B Ayre MNePEeMEeHHOro ToKa (B pexXuMe HH3KOBOJIbTHAA HCKDA).

1. OBILUE TPEBOBAHHUA
1.1. O6mue tpeboBanus K Mercjay anaauza—rio ['OCT 138385.0.

2. AIIITAPATYPA, MATEPHAJIbl, PEAKTHUBbI H PACTBOPDbI

Cnexktporpad kBapuepniili Tuna MCII-30 ¢ TpeXanli3oBow cHCTeMOM.

I"'enepatop ayrosoid tuna HI-2, CTY-81—14—62 naun HMBC-28 B
NCKPOBOM pexXuMe (HU3KOBoJbTHas Hckpa). Chja TOKa B NEPBUUHOH
00MOTKe BBICOKOBOJILTHOI'O 1TpaHc@opMaropa B CXeMe AKTHBH3aTOpa
0,1 A, conportusaenune 250 Om.

CHJsla ToKa paspsijia B aHAJHTHYECKOM NpoMexyTke 1 A.

AHannTHUECKUH TIPOMEXKYTOK — 1,9 MM.

IIpoMexyTtok pabouero pazpaanuka — 0,0 M.

Mukpodotomerp THna MO®-2,

Cnexrponpoekrop tuna CIIII-2.

Becnl ananutnueckue.

Becrl TopcHOHHBIE,

Becbl TexHHueckue.

Hananue oduuHasbHOE MMepeneyarka socnpeileHa

*
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FroCT 18385 7—89 C. 2

Ddaekrponeus tina CHOJI-1,6.2.0.0.8/9-M1.

LHkad cyumuabHbifi 3jeKkTpuueckud kpyrawil tHnma 23—151.00.00.
000 IIC.

Hikad cylIuabHBIA.

CekynaoMmep no 'OCT 5072.

Tepmomerp nabopatopHbil.

ILluauHapel MepHEIE.

MeH3yPKH MepHhIe.

Kosbnsl MepHbIe.

CTynKa M NeCTHK AIMOBBLIE HJIH araTOBBHIE.
boOKC ¥3 OpraHu4ecKkoro crekJa.

Hamxku miatuHoBeie Ne 115—9 no 'OCT 6563.

Jlamna uHbdpakpachas tuna MK 3—5000 ¢ peryastopoM Hamnps-
xenusa tuna PH 0—250—0,5.

CTaHOK AJ4 3aTOYKH I'paUTOBLIX 3JE€KTPOXOB.

DJeKTpoAbl rpaduTOBHIE AJA ClleKTpaJbHOro aHajauda mapku OCY

7—3 ¢ nuamerpoM 6 MM, C¢ KaHaJjgoM 1JyOuHOH 1 MM H JAHaMeTpPOM
41 MM (HUXKHHE).

DaeKTpodbl rpadUToBLIe JAJS CHeKTpaJbHOro aHaJjansa mMapku OCYH
7—3, puaMerpoM 6 MM, BBICOTOH 34TOYEHHOHM 4YacTH b—7 MM KU JHa-
MeTpoM 4 MM (BepxHHe).

['padutosniit nopomwok mapku OCH 7—4.

[Ipecc macaauwii, ruapaBanveckuit nasjedus B 200 xr/cm?2.
[Ipecchopma (muamerpom 4,0 MM, raydbuHon 4,0—5,0).

baTHCT JJA YUCTKH ONTHKH.

Dnanenar asa o0THpKH npubOPOB U TEHCPATOPOB.

Bara MHHepalbHast Mo I'OCT 4640.

CrupT 3TwJIoBHH pekTuchukoraHubiii Texnuueckuit no F'OCT 18300.
Huobusg maTHOKECH, ClieKTpaJJdbHOo YHCTad.

TaHTaJ a GATHOKHCL BBICOKOH UYHCTOTBLI, CoAepXKaliasi He MeHee
99.99% ocHOBHOrO BelllecTBA.

Kucaocra coasitas no T'OCT 3118.

Arvvonun siennerert o TOCT 3773,

Harprii cept oBatucionncanta (runocydibdpur) no 'OCT 244,
Haactunku dororpadpr.ecsune 39X 12, tuna Il uam awanoruunwe,

obecreunBalolilie HOpMAaJdbHLIE MOUECPHEHHA AHAJUTHYECKHX JHHUH.
Ilposiautens no 'GCT 10691.1.

GHKcax: HaBeCKy CepPHOBATHCTOKHCJIOrO HaTpusi Maccod 300 r H
HaBeCKy XJIODHCTOIO aMMoHHS Maccod 20 © pacTBOPSAIOT COOTBETCTBECH-
Ho B 700 u 200 cM3 BOabl, CAHBAIOT MOJYYEHHBIE PACTBOPHI BMeCTe H
nosoasaT obdbeM BoAOH g0 1 jams,

3. HOATOTOBKA K AHAJIH3Y

3.1. IIpuroroBaenue ob6pasnoB cpaBHeHus (0OC)
3.1.1. IIpurorosaenre ocHoBHoro obpasuna cpasHenuss (OOC), co-
nepxamnlero 10Y% TtanTana (B pacuere Ha MAacCOBYIO JOJIIO TaHTaJja B
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C. 3 TOCT 18385.7—89

CMecH MeTaJIMYecKuX HHOoOHsA, TaHTaJda) HA OCHOBe NATUOKUCH HHO-
Ous.

Hapecky nartnokucu Huobusi macccit 1,2874 r u HaBecKy HDATHOKU-
cH TaHTaJjJsa Maccod 0,1221 r nepetupamwT B aratoBoil HJH SIIMOBOH
CTYIXe I0J ¢JIoeM cnupra B TeueHHe 1—1,50 u (pacxonm cnupra Ha ofn-
Hy onepauuio 15 cvv). Cvech npocylINBalOT noJ HHPPaKpaCHOH J1aM-
IOH JIO ITOCTOSAHHON MAacCH.

3.1.2. O6pasub cpaBHenusi (OC) roToBsT M3 ocHOBHOro obpasia
CpaBHeHHs MNOCJAEACBATCIbHBIM pasbaBjieHHeM DATHOKHCHI0O HHOOHSA
(ocrioBa), He coaepzKallichl TaHTaJda, llepeTHPaHHEeM CMeCH B IJIeKCH-
IJ&CUBOI CTYilKe NUA4 CJ0eM ciupTa B Teuyeuue 1,0—2 y u npocymuBa-
HHEM I0J HH(ppakKpacHOW JaMmnod A0 MOCTOSHHOM wMmacchl (pacxon
CiupTa Ha oAHY onepanuto 70 cm?).

MaccoBass posas Ttaurtana B obpasle CcpaBHeHHSI U BBOJHMbIE B
CMeCh HABECKHU NATHOKHCH HHOOHS (OCHOBa) U pasbamasieMoro obpas-
la vkaszaHel B TalJ. 1.

Tabauuoa |

Macca HaBecKH, r
O6o3HadeHHue Maccoran nons o - —
obpasna tTadtanaa, Y%
| OCHOBEI paszbaBagemoro obpasua
OC] 1,00 9 000 1,00 (O0OC)
OC2 0,50 4,500 4 50C {OC1)
0C3 0,25 4 000 4,000 (OC2)
0OCH4 0,10 4,500 3,00) (OC3)
OCH 0,05 2,500 2,500 (OC4)

O6pa3ilbl CPaBHEHHST XPadsAiT B NOJHUITHAEHOBBIX 6aHKaxX C KpblLU-
KaMH.

4. MTIPOBEAEHHUE AHAJIH3A

CTpyXKy HHOOUA NPOMBIBAIOT COJAHOM KHCJIOTOW B CTEKJISHHOM
crakaHe MNpH HarpeBaHHH, KHCIOTY CIHBAIOT, NMPOMBIBAIOT CT1PYXKKY
JUCTHJAJUPOBAHHOM BodoH H coupToM. llpoMBITyi0 cTpyXKy nomella-
JOT B IJIATHHOBYIO YALIKy U NPOKaJUBAKT B Mydenae B Teuedue 4 4 10
NOCTOAHHOH Macchl, IOCTEeNEeHHO MOBbIIAasi TeMnepatypy (850x507)C.
M3 1 r meraaauueckoro HHoOHs (CTpy»XKa) ACJHXKHO OBITH NOJSYYEHO
1,430 r nsiTHOKHCH HHOOHA.

[Tonyyennyio NSTHUCKHCh TILATEJbHO MepeMeNIUBAOT, O010Hpator
OT Hee HaBecky Maccod 30 Mr M nmeperuparT B SLUIMOBOH HJH araTo-

BOH CTymnKe ¢ Haseckod maccod 90 Mr OYHLUEHHOI'0 I'padUTOBOro INoO-
POLUKA B TeYeHHE D MUH.
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rocit 18385.7—89 C. 4

[lonrotosaeunyw npoby neperHocaT B nmpecchopMy, HpeccywT IpH
Jasjaenun 9,8-107 Ila. IlonyuenHyio TabJieTKy NOMEUIAOT B KpaTep
HUXKHEr0 YroJIbHOro 3JieKTpona, AoOHBasCch XOpollero KOHTAaKTa MeX-
LY YroJbHLIM JIEKTPOAOM H TabJeTKOH, YCTAHABJHBAIOT B 3JEKTPO-
JonepxkaTelp LITAaTHBA; BePXHUM 3JIEKTPOAOM ABASETCS  YIOJbHBIY
CTepikKeHp AMaMeTpoM 4 MM H BBICOTOH 3aTOYKH 7 MM, MeXJAy KOTO-
PBIMH 3aKHrajT HH3KOBOJIbTHBIH HCKPOBOHU pPa3ps.

Cusa Toka pa3psja B aHaJUTHUECKOM NpoMexyTke — 1 A.

Mex3JIeKTpOaHOe paccToalue — 1,0 MM.

BHoBp oTnpeccoBaHHbie TalbJieTKH NOABEpPralT NPeABAPHTENILHOMY
oObicKpHBaHHIO B TeueHue 10 c.

Bpemsa skcnosuumuu (60—90 c¢) BHIOHpAIOT B 3aBHCUMOCTH OT Xa-
pPaKTepHCTHKH mnpHOopa U copTa NpHMeHsAeMBIX (POTOMIACTHHOK TaKHM
o6pa3oM, uToOnl MOYEpPHEHHUS AHAJHTHUYECKUX JIMHHH HaXOAWJIHUCh B
ob6JacTH HOpMaJIbHBIX TNOUYEpPHEHHH AJS BCEro HMHTepBaJa olpejaetse-
MBIX KOHLEHTpAalHuH,

Te xe omepauuu, 3a UCKJIOUYEHHEeM IMepeBOAa B MATHOKUCh, BHI-
NOJHSIOT C KaXJABM H3 pabounx oOpasloB ¢cpaBHEHHS.

5. OBPABOTKA PE3YJ/IbTATOB

5.1. B xaxao#l u3 cunextporpaMm (OTOMeTPUPOBAHHEM HAXOAAT
NoYepHEeHUS AaHAJUTHYECKHX JIMHHU ONpeneaseMoro 3JjeMeHTa (TaH-
Tank) (Stare), JUHHH 3JIeMeHTA cpaBHeHHs! (HHOOHH) (Swpie) (Tabo1. 2)
H (pOHA PSJIOM C JHHUAMH (Sy) U BBHIYUCAAIOT Pa3sHOCTb NMOYepHEHUH
01 aHAJHTHYECKOH JHHUH (Srap9—Sg) M JHHHH 3JIleMeHTa CpaBHe-
HUA (Snpreg—Ss), 3aTeM NepexoifiT K COOTBETCTBYIOUIUM 3HAUEHHAM
JOrapu(pMoB OTHOCUTEJNIBHOH HHTEHCUBHOCTH

ITa

lo =g Ita—1g Iy,
N

no rabauuam, npupeaeHdsiM B npuaoxenun k 'OCT 13637.1.
Tabauna 2

O # JITHHA BOJHBI AHAJUTH- o ‘

———

Tanrtan 240.063 Huoouit — 240,103

Ilo pesyabratam ¢QoTtoMeTpupoBaHHUs CHEKTPOB 00pa3noB cpaBHe-
HHUS CTPOSIT TPAAYUPOBOUYHEIN Tpa(dUK B KOOPJAHHATAX

iTa "‘"—‘lgC,

ND

rie 1gC — Jsorapudm MaccoBOl J0JH ONpexeJsieMoro 3jJeMeHTa B 06~
pasie cCpaBHEHHS;

lg—

21



C. 5 FOCT 18385,7—89

]Ta

g — JorapudM OTHOCHTEJbHOH HHTEHCHBHOCTH aHAJUTHUE=

N
CKOM JIUHHUH U JJUHHH CPaBHeHHS,

MaccoBywo poJir0o TaHtana B obpasue HUOOHS HAXOASAT IO pe3yJib-
TaTaM (QOTOMETPHPOBAHHUA CHEKTPOB IIPH NOMOIIH TPAAYHPOBOUYHOIO
rpaduka.

Pasnocte HauboJsibllero U HAUMEHbIUEro U3 pe3yJbTaTOB Tpex mna-
paJIeJIbHBIX onpeneJeHuil He JoJ/iKHAa DpeBblllaTh 3HAuYeHHH abco-
JIOTHBIX AOCINYCKaeMbIX pacxoxKjaeHW!, VKa3aHHBIX B TabJga. 3.

Tadbnuua 3

. AbcoawTHoe MO

OQunpoaeasieMblit 3jieMeHT Maccosasa poas, 9 pacxléimﬁﬂﬂﬁ?‘ﬁﬂe““
0,05 0.03
Tautan 0110 0,05
(3,20 0.10
0,60 0.20

5.2. [IpoBepKa NPABUABHOCTH PE3yJAbTATOB

OauH M3 aHaJu3upyeMhix o0pa3luoB INpoBepseMOH CEpHH MepeBo-
JAT B NATHOKHCh (cM. pa3d. 4). K HaBecKe NATHOKHCH HHUOOHS MAaCCOH
0,5 r nobasasioT HaBecky Maccoid 0,0 r Broporo obOpasua cpaBHeHHA
(1751 NepBOHAYaAbHO HAHJAeHHOH MAcCCOBOH A0JH TaHTaJjsa B aHallu-
supyeMoMm obpasue, pasHoil 0,25% wuau MeHbLIEH) HJAM HaBECKY Mac-
coit 0,5 r nmepBoro obOpasua cpaBHeHHs (AJs MaccoBOH J0JII TaHTaJda
B anajusupyemom obpasue 0,25—0,8%). Cmech Tl ATEABUO HepeTH-
pPAKT B MJEKCHIJIACOBOH CTYIIKe MOJA CJA0eM CHHpTa (pacxol clupra
Ha OAHY onepanuio 3 CM°), BbICYIUMBAIOT NOJA HHOPaKpacHOH JaMnoH
H aHaJH3HPVYIOT No pasd. 4 u d.

AwWaJiu3bl npaBuJbHble, ecJaH A8 nepBoil cMecu obpasna u nobaB-
KH, 32 BbIUETOM IMOJOBHHBI NEepBOHAUAAbHO HAUAEHIIOH MacCoBOH J0-
Ju B obpasue, noayueno (0,25+0,1) %, a nas Bropoit cvecu (0,5=*
+(,14) Y% Ttadrtana.

Ecau pe3dysbTaTh! BHIXOAAT 34 YKa3aHlibie NpeAeqbl, TO KOHTPOJIb
NpaBHJbHOCTH pPe3yJbTATOB aHAJH30B IOBTOPHAIOT, YBEJHUHBAA 4YHC-
JIJO napaJjjeJbHBIX onpeieaeHuil g0 wectd. [logyueHHble cpendHe
3HaueHHsI JOJKHB OblTh AJs nepsoit cmecu (0,25%+0,07) %, nas BTO-
poit cmecn — (0,5+=0,1) %.
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. PASPABOTAH U BHECEH Muuncrepcreom Meraanyprun CCCP
PASPAGOTHYHKH

A. B. Emorun, 10. A. Kapnos, JI. H. ®uanmMoHoB, 3. C.
A. C. Tepexora, B. . Amxoton

. VIBEP)KAEH U BBEIAEFH B HOENWCTBHE Hocranosaennem
lNocypapcrseHHoro Komutrera CCCP no YNpPaBJi€HHIO KayecTBOM
NpoAyKUHM M crangapraM or 11.12,89 Ne 3644

. BBEALEH BIIEPBbIE

. CCbIJIOYHbBIE HOPMATUBHO-TEXHHUYECKHE JOKYMEH-
ThI

OcGo3vadenge HT A, #a xoTopoifi

1aHA, COLLIULA Houvep nyHKTa
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[OCT 244-—23 Paszag 2
FrCCT 3118—77 Pasn. 2
T'OCT 3773—72 Pasn. 2
Ir'oCT 4640—84 Pasn., 2
'OCT 6563—75 Pasn, 2
[OCT 10¢91.1—84 Pasn. 2
rOCT 18300—&7 Pasx. 2

['OCT 18385.0—79 1.1
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