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FrOCYLAPCTBEHHbB W CTNHALAPT COW3A CCP

HWOBUA
Chncblpanbublii MeTof onpejeneHus TaHTana
P A onpea roct

Niobium. Spectral method for the
determination of tantalum 18385.7-89

OKCTY 1709

Cpok pgeiicteuss ¢ (i! Cl 91
fo 01.01.06

HecobniogeHve cTaHfapTa npecnegyetcs HO 3aKoHy

HacToawwmin ctaHfapT pacnpocTpaHseTca na ChnekTpasbHbli MeTog,
onpefenieHNs MaccoBoOii A0NAM TaHTana B CAWTKax Huobusa ot 0,05
0o '%.

MeToa OCHOBaH Ha 3aBUCUMOCTM WHTEHCUBHOCTW CMneKTpasibHOW
IMHUX TaHTana oOT ero maccosoil Aonu B obpasue npu BO3BYXAeHUn
cnekTpa B flyre NMepeMeHHOro Toka (B peXume HW3KOBONbTHas MCKpa).

I. OBWWE TPEBOBAHUA

11. O6uwme TpeboBaHus kK MeTody aHanm3a— no FOCT 18385.0.

2. ANNAPATYPA. MATEPWA/bI, PEAKTVBbBI N PACTBOPLI

Cnextporpad kBapueBsbiii Tuna MC11-30 ¢ Tpex/IMH30BOW CUCTEMOIA.

leHepatop pgyrosoi tuna Al-2, CTY-81—14—C2 wnn MBC-23 B
NUCKPOBOM pexume (HW3KOBOMbTHas uckpa). Cuna Toka B NEPBUYHON
06MOTKE BbICOKOBO/IbTHOTO TpaHcopmatopa B CXeme akTHBM3arupa
0,1 N1, conpoTtnBneHne 250 Om.

Cuna Toka paspsaga B aHa/IMTUYeckoMm npomexyTtke | A

AHanuTnyecknii npomexytok — 1,5 Mm.

MpomexyTok pabouero paspsagHuka — 0,5 mm.

MukpodpoTomeTp TMnNa M®-2.

CnekTtponpoektop tuna CIIMM-2.

Becbl aHanutuyeckue.

Becbl TOpPCUOHHBbIE.

Becbl TexHuyeckue.

M3gaHne ochuumanbHoe Mepcneyarks BocrnpelieHa
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rOCT 18385.7—89 C. 2

Onektponeys TMuna CHOJ1-1.6.2.0.0.8/9-M1.

Lkath cCywunbHbIN 3neKTpuyecknini kpyraolii Tmna 23— 151.00.00.
000 NcC.

Wkad cylwnnbHbIi.

CekyHgomep no FrOCT 5072.

TepMoMeTp NnabopaTopHbIiA.

LinnuHapbl MepHsble.

MEeH3ypKN MepHsbIe.

Kon6bl MepHble.

CTynka 1 NecTuK SLMOBbIE WU araToBble.
Bokc 13 opraHu4yeckoro crekna.

Yawkun nnatmHoBble Ne 115—9 no N'OCT 6563.

Namna wHdpakpacHads Tuna HK 3—500 c perynstopom Hanps-
XeHua tuna PH 0—250—0,5.

CTaHOK A/19 3aTOUYKM rpadIUTOBLIX 3/1EKTPOLO0B.

OnekTpoAbl rpadumToBble 415 CNEKTPasbHOro aHanusa mapkm OCY
7—3 ¢ guameTpoMm 6 MM, C KaHasioM [/ly6GUHOW 1 MM U AMaMETPOM
41 MM (HWXHUE).

2nekTpogbl rpacuToBble ANS CMEKTpa/nbHOro aHanusa Mapkm OCY
7—3, gnameTpoM 6 MM, BbICOTOl 3aTOYEHHOW 4Yactm 5—7 MM u pgua-
MeTpoM 4 MM (BepxHue).

pachuToBbIli nopowok Mapku OCY 7—4.

Mpecc macnsHblid, rugpaBnmyeckuini gasnexdms B 200 kr/cml.

Mpeccchopma (anametpom 4,0 MM, rny6uHoit 4,0—5,0).

Batuct gns 4ncTku ONTUKW.

dnaHens Ana 06TMPKM NPUBGOPOB U reHepaTopoB..

Bata mMuHepanbHaa no NOCT 4610.

CnupT 3TUNOBLIN PeKTU(UKOBAHHLIN TexHudeckuin no FOCT 18300.

Hnobus nATHOKNCH, CNEKTpasibHO yncTas.

TaHTana HATWOKUCb BbLICOKOW 4WCTOThbI, coOAepxalias He MeHee
99,9% O0CHOBHOrO BellecTBa.

Kucnoro consvas no NOCT 3118.

AmMMOHMIA xnconcTbl? no FOCT 3773.

Hatpuit ceprosatkcuMn.cibl/l (runocynbcut) Ho FTOCT 244.

MnactuHkn doTtorpadmnyeckme 9X12, Tuna 11 uam aHanormyHble,
obecneynBatlLe HOpMasibHble MOYEPHEHWA aHanUTUYEeCKUX JIMHWIA.

Mpossutens no FTOCT 10691.1.

duKcax: HaBecky CepHOBaTUCIOKUCNOro HaTpuss Maccoir 300 r wu
HaBecKy X/10pUCTOro aMMOHMA Maccoli 20 I pacTBOPSAT COOTBETCTBEH-
HO B 700 n 200 cm3 BOAbl, CIMBAIOT MOJIyYEHHble PacTBOpPbl BMecTe U
[oBoAsAT o6beM Bofok fo 1 am3

3. MNOATOTOBKA K AHANWN3Y

3.1. MpurotoBneHne obpasyuoB cpaBHeHusa (OC)
3.1.1. MNpuroToB/ieHME OCHOBHOrO o6bpasua cpaBHeHusi (OOC), co-
nepxauiero 10% TaHTana (B pacyeTe Ha MacCOBYH A0/0 TaHTana B
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C. 3 TOCT 18385.7—89

CMecy MeTa/sIMyecknx Huobus, TaHTana) Ha OCHOBE NATUOKHCU HWO-
6us.

HaBecky NATHOKMCKM HWMOGUS .Mmaccoil 1,2874 r 1 HaBecKy NATHOXU-
cu TaHTana maccoil 0,1221 r nepeTupaloT B aratoBOil WMAU AWMOBOWA
CTyNKe uof cnoem cnupTta B TedyeHume 1— 15 4 (pacxopn cnupTa Ha of-
Hy onepauuto 15 cm ). Cmecb MpocyLIMBalT Nog MHPaKpPacHON nam-
nov [0 NOCTOSIHHOM Macchl.

3.1.2 O6pasHbl cpaBHeHuss (OC) roToBAT U3 OCHOBHOro o6pasua
CpaBHeHVsA nocnefoBaTtefibHbiIM pa3baBfieHneM  MHIHOKHCbI — HMO6UA
(ocHoBa), He cofepxalieii TaHTana, nepeTMpaHMeM CMecy B MJeKcu-
rnacoBoli CTynke nof cnoem cnupta B TeyeHne 1,5—2 4 n npocylimBa-
HMEM NoA MHJIpaKpacHOW namnoi A0 MNOCTOSIHHOMW  Mmaccel  (pacxog
cnvpTa Ha ofHy onepauuio 70 cm3).

MaccoBasa [fons TaHTana B ob6pasue CpaBHEHMS W BBOAVMblE B
CMecb HaBeCKM MATUOKHCM HMobusA (ocHoBa) M pasbaBnsemoro o6pas-
ua ykasaHbl B Tabn. 1

Ta6nuya |
Macca Haoccku, T
OBo*n*u*nw> NUNOK** 10 T
TaHTana. %
o6omaa ° onunnun paszamu» noro o6pasua
ocCl 1.00 9.000 1.000 (0OC)
oc2 0,50 4.500 4,5001 (ocCcn
ocs 0.25 4.000 4,000 (0C2)
oc4 P.10 4.500 3.C00 (OC3»
ocC3 0.05 2.500 2,500 (0041

O6pasubl CpaBHEHUSI XPaHAT B NOMMITUNEHOBLIX 6aHKaxX C Kpblll-
Kamu.

4. MMPOBEAEHWE AHANTN3A

CTpyXKy HMOOMSA MNPOMbIBAIOT COMNSHOW KUCNOTOW B CTEKISAHHOM
cTakaHe npu HarpeBaHuu. KucnoTy CAvBalOT, MPOMbIBAOT CTPYXKY
ONCTUNNNPOBAHHOK BOAO M cnUpTOM. TPOMBITYHO CTPYXKY nomeLia-
10T B NNATMHOBYIO YallKy H NpokanvealT B Mydene B TedyeHue 4 4 Ao
NOCTOSIHHOW Macchl, NOCTEMNEHHO MoBblWwas TemnepaTtypy (850+50*) C.
M3 1 r mMeTanin4yeckoro HWo6bus (CTpyxka) AO/HKHO ObiTb MNOSy4YEHO
1,430 r NATUOKHCU HUOBUSA.

MonyyeHHyl0 NATHOKHCb TLWATeNbHO MNepemelunBaoT, oT6upaiT
OT Hee HaBecky maccoit 30 Mr n nepeTuparT B ALMOBOW uAuM arato-
BO CTynke C HaBeckoi maccoit 90 Mr ouuLeHHOro rpaduToBOro Mo-
polKa B TeueHne 5 MuH.
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roct 18383.7-89 C. 4

MoaroToBsieHHY0 Npoby nepeHocAT d npeccdopmy, NpeccyT npu-
pasneHun 9,8* K07 Ma. MNony4veHHyl TabneTky' nomewawT B kpaTep
HXXHEro yrofibHOro 3feKTpofa, [06MBasCb XOPOLIEro KOHTakTa Mex-
[y YroflbHbIM 3NEKTPOAOM W TabneTKoW, ycTaHaB/MBalOT B 3/1IEKTPO-
pofepxartenb WTaTnBa: BEPXHWM 3/IEKTPOAOM  SABNSAETCA  YronbHbl ft-
CTepXeHb AvaMeTpoM 4 MM W BbICOTOW 3aTOYKM 7 MM, MexAy KoTo-
pPbIMN 3aXWUTalT HU3KOBObTHbLIA UCKPOBONW paspsag.

Cuna Toka paspsga B aHa/MTMyeckoMm npomexyTtke — 1 A.

MexanekTpogHoe paccTofiHune — 1,5 mm.

BHOBb OTnpeccoBaHHble TabneTkn nogseprawT npeaBaputenbHOMY
obbickpuBaHuio B TedeHne 10 c.

Bpemsa askcrnosuuyum (60—90 c) BbIGMpalOT B 3aBUCUMOCTU OT Xa-
pakTepucTuku npubopa u copTa NpUMeHsSeMbIX (POTONNACTUHOK Takum
06pa3oM, 4TOOblI MOYEPHEHWUA aHaUTUYECKUX JIMHWUIA Haxoguancb »
061aCTU HOpManbHbLIX MOYEPHEHMIA ANs BCEro MHTepBana onpejense-
MbIX KOHLEeHTpaLuuii.

Te Xe onepauuu, 3a WCK/IIOYEHUEM MepeBoja B MATHOKUCL. Bbl-
MOJIHAIOT C KaXblM U3 pabounx o06pasLoB CpaBHEHMUS.

5. OBPABOTKA PE3YNIbTATOB

5.1. B kaxpgoli n3 cnekTporpamm (OTOMETPUPOBAHUEM  HaxOAsT

NOYEpHEHNS aHaMTUYeCKNX NWHWIA onpefenseMoro 3anemeHta (TaH-
Tan) (Sr*+t), nunHW anemeHTa cpaBHeHUsi (HMo6uii) (SNo+4) (Tabn. 2)
n choHa psaoM ¢ Amausimu (Sa) M BbIYMCASKOT Pa3HOCTb MOYEPHEHWIA-
AN aHanutuyeckoh nuHmm (ST-*—S*) U AUHUKM 371emMeHTa cpaBHe-
HUA (SNx*—S7), 3aTeM nepexoasit K COOTBETCTBYHLIUM 3HAYEHUS»
norapucmMoB OTHOCUTE/IbHON MHTEHCMBHOCTU

v
no Tabnuuam, npuBedeHHbIM B npunoxeHun k NOCT 13637.1.
Ta6nuuya 2

N Anuna Bonam arsnuTK-
Onpepgensembl* aaesear ueckoil unua. Hu JIMHUA CpaBHeHUs, Ny

TaHTan 240.053 Huo6wuii - 240.103

Mo pe3ynbTaTam (pOTOMETPHPOBAHKUS CMNEKTPOB 06pasLoB cpaBHe-
HUSI CTPOSIT TPafyMpPOBOUYHBIN rpacuk B KOOpAMHATAX

lg —,gb— *lgC.

roe |lgC— norapuchM MaccoBoii A0M ONPefesnsieMoro 3fieMeHTa B 06-
pasue cpaBHeHus:

2!



C. 5 FTOCT 18353.7—89

— norapum OTHOCUTENbHOW WHTEHCUBHOCTU  aHanuMTuye-

CKOW NUHWUU N NIUHWUN CPaBHEHWSI.

MaccoBylo fofnil0 TaHTana B obpasle HMoGWS HaxogAaT MNo pesysb-
Tatam (POTOMETPMPOBAHHS CMEKTPOB MNpW MOMOLM TPasyMpoBOYHOIO
rpadpumka.

Pa3HoCcTb HauboOsnbLIEro W HavMeHbLIero W3 pesynbTaToB Tpex na-
panfnenbHbIX ONpefeneHnini He AoO/HKHA NpeBbiWaTb 3HavyeHwin abceo-
NOTHBIX [ONYCKAEMbIX PAaCXOXAEHWUIA, yKasaHHbIX H Tab6n. 3.

Ta6nuua i

Onpegensemblii anemeHT Maccosas gona. * A6°°€58;8%QS%CK§9"'OC
0.05 0.03
0,10 0,05
Tantan 0.20 010
0.60 0.20

52. NMpoBepka NpaBWNbHOCTU pe3ynbTaToB

OfVH M3 aHanu3npyembix 06pasLoB NpPOBEPSEMOl Cepun nepeBo-
OST B NATHOKMCL (CM. pasg. -1). K HaBecke NATUMOKHEW HMOGUS maccoii
0.5 r pgob6aBnsAwT HaBecky maccoit 0.5 r BTOporo o6pasua CpaBHeHWs
(&N nepBOHayasIbHO HalAeHHOW MaccoBoli AONWM TaHTana B aHau-
3MpyemMom obpasue, pauHoli 0,25% unn MeHblleid) WaM HaBecky Mac-
coii 0,5 r nepsoro ob6pasua cpaBHeHWs (415 MacCcOBOW Ao TaHTana
B aHanu3upyemom o6pasue 0,25—0.8%). Cmecb TwiaTefnbHO nepeTu-
palT B MJEKCUrnacoBOl CTynke nof cnoem cnupta (pacxog cnupra
Ha ofHy onepauuio 3 cm3), BbiCyWUMBAKT MOA WH(PAKpaCHON namnoi
M aHannsupyrT no pasg. 4 u 5.

AHanu3bl npaswufbHble, eCAN /18 NepBOi cmecu ob6pasua u fobas-
KM, 3a Bbl4ETOM MOJSIOBMHbLI MepBOHaYasbHO HalAeHHOW MaccoBol Ao-
nn B o6bpasue, nonyyveHo (0,25+0,1)%, a pgnsa BTopoii cmecu (0.5=fc
+0,14)% TaHTana.

Ecnu pesynbTaTbl BbIXOAAT 3a yKasaHHble Npegesbl, TO KOHTPO/b
npaBuIbHOCTW pe3ynbTaToB aHaiM30B MOBTOPSAIOT, yBenuMumBas u4uc-
N0 napannenbHbiX onpegenexHuii Ao wectn. TonyyeHHble  cpefHve
3HauyeHusa [0/MKHbl ObITb AN nepBoit cmecu (0.25+0,07) %, ona BTO-
poli cmecn — (0,5+0,1)%.
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. PASPABOTAH W BHECEH MuHuctepctsom metannyprum CCCP
PA3PABOTUYUKU

A. B. EmoTuH, 0. A Kapnos, J1. H. ®unumoHos, 3. C. bnstosa,
A. C. TepexoBa, B. I'. AlwuixoTos

. YTBEPXAEH W BBEAEH B ,EI,EI7ICTBVIE [MocTaHoBNEHNE»
locypgapctBeHHoro kommuteta CCCP  no ynpasfieHut0 KayecTBOM
npoaykuumn v ctaHgaptam ot 11.12.89 Ne 3644

BBEJAEH BIMEPBbIE

4. CCbIIOYHbIE HOPMATWUBHO-TEXHUWYECKWNE OOKYMEH-
Thbl

O6o3HauveHne HT/A, Ha Kcnopblit
faHa cchinka Homep nyHwe

rocT 244--23 Pasag. 2
rocT 3118-77 Pasa. 2
rocT 3773-72 Papng. 2
FOCT 4640-84 Paspn. 2
rocT 6563—75 Pasa- 2
FOCT 10691.b— 84 Pasp. 2
rocT 18300-87 Pasp. 2
rocTtT 18385.0—79 11
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