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TAHTAT N EFO OKUCb

CneKTpasibHbIli MeTON OMpefenieHns Bonbdpamva,
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Tantalum and its oxide. Spectral method for
determination of tungsten, calcium, cobalt, copper,
molybdenum and sodium

OKCTY 1700

Cpok felicTBuA ¢ 01.01.93
a0 01.01.95

HecobntogeHne cTaHpapTa npecnefyetca Mo 3akoHy

HacTtosawwmin cTaHAapT yCTaHaBnMBaeT CMEKTPasbHbIA MeTo onpe-
[eneHuns npumeceli Bonbghpama, Kanbuus, KobanbTa, Megu, MonnbaeHa
W HaTpus a TaHTane (NpeaBapuTeslbHO NEPeBeSEHHOM B OKUCb) U B €ro
OKMCHU.

MeToL OCHOBaH Ha BO36Y>XAeHWM W peructpauum (chotorpaduyec-
KO MM (hOTO3NEKTPUYECKON) AYroBbIX 3MWCCUOHHLIX CMEKTPOB aHa-
Nn3MpyemMbix 06pa3LoB M 06pasLloB CpaBHEHUS.

WHTepBanbl ONpefensemMbiX MaccoBbIX [0Neli NMpUMecei:

Bonbhpam  oT |+ 10"4 go 1« 10“%

Kanbymin -~ * 1¢10-4 r 3-10"2

KobanbT »1e104 >110";
Melb *110-4 » 310",
Monno6aeH »lelO» » 1ml0 ;
HaTpui »1e10~4 » b0 _|.

1 OBLWWE TPEBOBAHW/A

11 Obuwue TpeboBaHMA K METOAY aHanu3a W TpeboBaHMs 6e30-
nacHoctn —no MOCT 18904.0 ¢ gononHeHuem: 3a pesyfbTar aHanusa
MPYHUMAIOT CpefHee apuMeTUYeCKoe [BYX NapassienbHbIX onpegene-
HUI, KaX[oe W3 KOTOPbIX BbIMOMHAOT U3 OTAENbHOW HaBECKW.

2. ATMAPATYPA. MATEPNA/BblI N PEAKTUBbI

Cnektporpad  AundpakuymoHHblin  Tuna AOPC-13 ¢ pelseTkoi
6CO WTp/MM MAN aHaNOr NYHBIA.
doToanekTpuyeckasa ycraHoska APC-36 v APC-44.

N3paHne oduumansHoe Mepeneyarka BoOCMpeLLeHa
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ONeKTPOHHO-BbIYUCUTEIbHAA MallnHa «/ckpa-1256*  nm
*[1-3—28» 1M aHaIorMyHoro Tuna.

eHepaTop YI'3-4 wumm Beinpsamutens 250—300 B. 20—30 A

MwukpocgoTomeTp Tvna M®-2 1AM aHanorMYHBbIA.

CnekTtponpoekTtop MC-18 unyM aHanornyHslIi.

Becbl aHanMTuueckue.

Becbl TexHuUYeckme.

BnbpoyctaHoBKa WM [pyroe ycTPOCTBO ANS MEpPeMELUMBaHWA H
pacTupaHus npob.

CTynKn 1 NecTMkn U3 TaHTana W U3 OPraHNYeckoro CTekna.

Meyub MyenbHas.

Lkath CynbHBbINA.

MnuTka anekTpuyeckas.

CTaHOK [/19 3aTOYKMN YTOfbHbIX 3/1eKTPOLOB.

Yrnu cnektpanbHble OCY-7—3 unn C-3, guameTpom 6 mm

3NeKTpofbl, BbITOYEHHbIE U3 CMEKTPa/bHbIX Yriew:

TMNa «ploMKa»: fuameTp Kpatepa—4 MM. rnybuHa Kpatepa —
4 MM. BbICOTA HapYXXHON CTEHKM — 5 MM, BblCOTa HOXKW — 3 MM, Ana-
METP HOXKU — 2,5 MMm;

AnameTp — 4 MM, BbICOTa 3aTOYEHHON YacTy — 10 MMm.

MuHueT meamumHcknii no MTOCT 21241,

MepHVK 13 HepXaBetoLLein cTanu

Bapuit yrnekucnbiii no MOCT 4158.

Bonbgpama (VI) okucs.

Kanuin cepHokucnbiii no FOCT 4145.

Kanbuuii a3oTHOKMCAbIA 4-BofHbI no FTOCT 4142,

Ko6anbta (I1, L) okuce no FOCT 4467.

Megu (I1) okuce nmo TOCT 16539.

MonnbaeHa (V1) OKuCb.

HaTpuiA xnopuctbiii no FOCT 4233.

CauHel, AByxnopucTbiii no FOCT 4210.

CnumpT 3TUNoBbIA  pekTU(MKoBaHHbIR no TOCT 5962 wnm cnupT
3TU/IOBLIA PEKTUGNKOBAHHBIA TexHuueckuii no MOCT 18300.

CypbMmbl (I11) okwce.

TaHTan MOpOLKOO6PasHbIA BbICOKOW 4uCTOTbl Wan  TaHTana (V)
OKWCb, YMCTas HO OnpefenseMbiM NPUMEeCaM.

doTONNACTUHKM crnekTpanbHble Tmn I, Tun 1. 3C  wam aHanoruny-
Hble. 06ecrneymBatoLLiMe HOPMasibHble MOYEPHEHUA  (HOTOMETPHPYCMbIX
NVHWIA 1 (hoHa cnekTpa.

MposiBUTENb KOHTPACTHBIN.

dDurKcax KUCAbIiA.
CTaHAapTHbIA pacTBOP KaJbLusi C MAacCOBOW  KOHLEHTpauuein
10 mr/cm3: HaBecKy a30THOKMCNOro KanbLus Mmaccoi 5.8902 r pacTso-
pAlOT B BOAE, MEPEBOAAT r MepHylo kon6y Ha 100 cM3  [oBOAAT 10
METKU BOJOW U MepemeLUnBatoT.
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3. NMOArOTOBKA K AHANN3Y

31 MpurotoBneHune 6ydepHOR cmecwu

HaBecky X10puUCTOro CBMHLA Maccoii 7,4 T, CEpPHOKMCIONO  Kanus
maccoin 2,5 r, yrnekucnoro 6apus Maccol 0,25 I 1 OKUCU  CYpbMbI
maccoin 0,1 r TulaTesbHO MepeTMpaloT B CTYMKe B TedeHne 15—2 vy
Wi Ha BHOpoycTaHoBKe B TeveHue 40—50 MUH.

3.2. Mpurotosnenne o6pa3yoB cpaBHeHusa (OC)

O6pasybl cpaBHeHMsi roToBsaT no MOCT 18904.6.

3.2.1 lonoBHoI o6pasel, cpaBHeHusi (FTOC) roTOBAT CMELUNBAHWEM
OCHOBbI C PacTBOPOM KafbLus, NpefBapuUTenbHO MPOKaseHHbIMU OKU-
caMK Bonb(hpama, KobanbTa, Meau, MOANGAEHA U XNOPUCTbIM HaTpUEM.

B nnatuHoBylo yallky nomewtarot 11,4775 r ocHOBbI, BBOAAT 18 cM3
CTaHAapPTHOrO pacTBopa Ka/bLus, NOACYLUMBAIOT HAa MIUTKE W MpOKa-
NMBAOT B MydenbHON neun npu 750X B TeveHne 1 4. lMocne oxnax-
[leHns nepeHOCAT B TaHTaOBYHO CTYMKy, gob6asnaT 0,1261 r okucu
Bonbpama (V1), 0,1362 r okucu kobanbta (I1. 111), 0,1252 r okucu
mogH (I1). 0,1500 r okucm monmbgeHa (VI) n 0.2540 xnopuctoro Hat-
pus, TLWATeNbHO MepeTMparoT TaHTaNOBbIM MECTUKOM B TeyeHne 1.5—
2 4 UM Ha BMGpOYyCTaHOBKe B TeueHne 40—50 MUH.

MonyyeHHbI TOC XpaHAT B MIOTHO 3aKPbITOW CTEK/AHHOW GaHKe.

OcTtanbHble OC rOTOBAT MocnefoBaTensHbiM — pa3baBneHnem OC
1 nocnegytowx OC ocHOBOW. MaccoBas [0Nns onpefensembixX npume-
Cell B MpOLEHTax K CyMMe MeTaffioB TaHTana W npumeceli N BBOAU-

Mb6le B CMeCb HaBECKM OCHOBbl H pasbasnsemoro OC ykasaHbl B
Tabn.

Tabnunuya !
Macca HaBeeTu <
MaccoBas fonn
OJ/lzanavemue BONbGPAM™. KNNb-
o6paTa , Yus. ko6anbTa, pas6asnaemoro
meaun, monnbaena, OCHOBb! o6pasaa (0603HauyeHue
matpua. % o-i.ounal
roc «.0
oc-1 1+](M 8.8521 1.0000(roC)
ocC-2 3-10-1 31,8031 ».00C0(roc>
oC-3 1-10-1 8.9852 cocowc-u
ocCc 1 3 10-* 8.99>5 1.0000t0C-21
OoC-5 1-10-3 8.9085 1.00IXHOC 31
OC-6 3 10-* 9.0300 1.0009<0C-4)
ocC-7 1-10-* 9.0000 1.0000(0C-I'»

Kaxgpblii 06pasel, cpaBHEHNS CMeLLMBalOT C GydepHOM CMeCbio B
COOTHOLWEHUM 5: 1 Mo macce B CTyrnke B TeyeHuMe 14 wnnM Ha Bubpo-
ycTaHoBke B TeyeHMe 30 MuH. [otoBble OC XpaHAT B MIOTHO 3aKpbl-
TbIX CTEKNSAHHbIX GaHKax.
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[Jonyckaetcsi npurotoBneHne OC C MCMONb30BAaHUEM [PYTUX KO-
NYECTB CMELUMBAEMbIX BELLECTB MPU COXPaHEHUM 3HAYEHUIN MaccoBbIX
[0neii, yKasaHHbIX B CTaHAapTe.

4. MPOBEAEHWNE AHANN3A

41 MopgrotoBka npob6b K aHanusy

Mpoby meTanna nepeBofAT B okucb no MOCT 18904.6. AHanusm-
PYEMYI0 OKUCb CMeLMBalT C Gy(epHO CMecblo B COOTHOWEHUM 5: 1
HO Macce B CTyNKe WAM Ha BMOPOYCTaHOBKe B TeueHue 10—15 MuH.

Mpy B3ATUM HABECOK /I00YKM, LINaTeNn U Apyrue npucnocobneHuns
npotupatoT cnuptom (0,5 cM3 Ha ofuH 06pasen).

Mpn nepemeLuMBaHUM CTYMKKW, NECTUKN WU LeTann BMOPOYCTaHOB-
KH MOIT BOAOI 1 MpoTupatoT cnuptoM (2 cM3 Ha oauH obpasew).

42. Bo3byXaeHWe CMNEeKTPOB

AHanunsmpyemble 06pasibl 1 OC, cMellaHHble ¢ 6yepHO CMechto,
C NOMOLLbI0 MepHMKa MOMeLLaoT B Buae 6puketa maccoit 50 Mr B Kpa-
Tepbl YrofbHbIX 3/1EKTPOLOB TUMa eproMKa». BbicoTa 6GpuKeTa cocTas-
nset 3,4—3,6 mm. Hegonyctumo nonafaHue vactuy o6pasua Ha To-
pew, anekTpoja.

Mocne kaxpgoro obpasua MEPHWK OYMLLAOT  BaTHbIM  TAMMOHOM,
cmoueHHbIM cnptom (0,5 cm3).

3nekTpoapbl ¢ obpasuamu cnyxaT aHofoM. BepxHuwii anektpof, 06-
TOYEHHbI 40 AvameTpa 4 MM, CNYXWT katogom. Cuna Toka Ayrm —
11—13 A. Bpemsa 3KCno3nuun—20 ¢, MeX3MEKTPOAHbIA  MPOMeXy-
TOK — 2,5 MM, CMCTEMA OCBELLEHUS — TPeX/IMH30Bas.

43. Pernctpauna CcCnekTpoB

4.3.1. Mpwn doTorpadmyeckoii permcTpauun LINPKMHa LN CNeKTpo-
rpaga AdC-13 12—15 mkmM, oTorpadmpyemas 06/1acTb CnekTpa
300—400 HM. Ha ¢oTonnacTuHKe oTorpadgupytoT no 3 crnekrpa Kax-
[oii npobbl 1 kaxgoro OC. doTtorpadupoBaHMe NOBTOPSIOT fABa pasa.

doTorpadumpyoT Kaxayr Mnopumio, NOAroTOBMEHHYIO (CMELLaHHYH
c OythepHOi CMecbio) W3 OfiHO/ HABECKM WCXOAHOW MNpobbl OKUCK
(1 OKMCNEHHOM Npobbl MeTanna), Ha AByX (POTOMNACTMHKax Mo Tpu
pasa Ha Kaxgoi (hoTonIacTuMHKe.

Mocne coTorpadpoBaHNK CMEKTPOB (DOTOMAACTUHKU MNPOSBASHOT,
MOHOT, (PMKCMPYIOT, MPOMbIBAIOT B MPOTOYHOM BOAE M CyLLaT.

43.2. Mpn (HOTO3INEKTPUYECKOW perucTpaumm LINpMHa  BXOLHON
wenn  ¢oToanekTpnyeckoit yctaHoskn APC-36 (APC-44) 0,15—
0,20 MKM. cucTema OCBeLLeHUA— ABYX/IMH30Bas.

PernctpupytoT no gBa CrnekTpa OAHOM MOpUUKW, MOATOTOBNEHHOM
(cMelwaHHOlM € OY(hepHON CMeCbi) M3 OAHOW HaBECKH WMCXOAHOM Mpo-
Obl OKUCU (MM OKWCNEHHOVW Npobbl MeTanna).

5. OBPABOTKA PE3YJ/IbTATOB

5.1, ®oTonnacTMHKU (DOTOMETPUPYIOr Ha  MUKpoghoTomeTpe. Ha
KaXXJ0N CnekTporpaMme M3MepstoT MOYEPHEHUA aHaNUTUYECKUX IMHUIA
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W NUHWUIA CPaBHEHWS, BbIYMCASIOT Pa3HOCTb MOYEPHEHWIA (AS), HaxomsaT
cpefHee apug)MeTUYeCcKoe 3HauveHne AS ANA TpPex CMeKTporpamm, no-
NTYYEHHbIX OT OAHOro o6pasya. [AAWHbI BOMH aHaNUTUYECKNUX NIMHUIA K
NMHWIA CpaBHEHWSI YKas3aHbl B Tabn. 2.

5.2. Ha BbIxoge (hOTO3NEKTPUYECKOM YCTaHOBKM (Tabno umgposo-
ro BONbTMETPa WM fleHTa LuponeyaTatoLLero ycTpoicTea) mnonyya-
0T nokaszaHus (/?), NponopuUuoHanbHbIE N0rapugmMy OTHOCUTE/bHOIA
WHTEHCVWBHOCTW aHaIMTUYECKOW JIMHWN W JIMHAN CpaBHeHnn (Tabn. 2).

Tabnuya 2
AnuHa aonlen. um
Onpepensemu* Snement AW L
awanntccee- Aunnn €pablenms mon
Srievert kol nuuuu M cpasHenba v NpyvecK. o
Bonbthpam 400.87 323,25 CypbMma 1 10-4-3 10-r
397.93 323.25 Cypbma 1 10 =1 10-'
400.87* 287.8 * CypbMa 1 10-*-1 10-
Menb 324.75 323.25 Cypbma 1 10-4-3 w0-*
327,40 323,25 CypbMma 3 104—1.10 S
324,75* 2878 « Cypbma 1 10-4 310-r
MonunbgeH 390,29 323.25 Cyp-jva 1 10-4-3 10 *
319,10 323.25 CypbMa 1 10-4-3- 10-»
320.85 323,25 CypbMma 1 fO*-1 10-
319.40* 287.8 * Cypbma 1-10-4-1 10~
390,30* 287,8 CypbMma 110 *-1 «10 1
Kanbupii 399.85 399.34 Bapuii 1°10-4-3 10-r
422,67* 393.6 * Bapuii 1 10-4—1 10 r
Kobanbt 345.35 323,25 CypbMa 1 10-4 3 10-*
340.51 323.25 Cypbma 1 1D)-3 1-10-
345.35* 287.8 » CypbMa 1m0 4_| . 10-1
Haipm'i 330,30 323.25 CypbMa 1°10-4-3 10-2
330.23 323.25 CypbMa 1410 *-1 «1C-1
330.20- 287,8 » CypbMa 1+10-4-1 «10-'
330.23* 287.8 Cypbma 1 10-4-1 «11)-
* JINHWH, MCMofb3yemble MPU (HOTOINEKTPUYECKOW perucTpaumy.
5.3. [na Kaxpoi onpefensemoil npuMecy CTPOUT rPaflyMpOBOYHbIiA

rpaguk: Ho ocv abcumcc OTKnafbiBalT 3HayeHue IgC, rge C — mac-
coBas fons onpegensemoin npumec B OC, MO OCM OpPAMHAT OTKIagbl-
BAlOT YCPefHEHHOe 3HauyeHWUs aHanuTuyeckoro curHana (AS wmm [?)
cooTBeTcTBYOWMX OC. Mo 3TuM rpaukam W YCpPeaHEHHbIM 3Ha4eHU-
AM aHa/IMTUYECKOro CUrHana, MojsyyeHHbIM HO crekTpam npo6, Haxo-
AT 3HaYeHMs| MacCOoBbIX [O/Ei onpefensemblX NPUMECein 3 aHanu3u-

pyembix npobax.
53.1 [lpn doTorpadumyeckoin perucTpaumy CnekTpa 3a pesynbTar

OIHOTO 13 NapanfieNbHbIX ONPeAeneHuM NPUHAMAIOT CpeAHee pesy/ib-
TATOB, MOMYYEHHbIX Ha ABYX (DOTOMNACTUHKAX, KaX[bli W3 KOTOPbIX
SBNSETCS CPEAHUM TPeX CreKTPOrpamm.
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5.3.2 TMpu (DOTO3NEKTPUYECKON perucTpaummn crektpa 3a pesysb-
TaT OAHOr0 M3 MapanfieflbHbIX ONpefefieHnii NPUHUMAIOT CcpefHee pe-
3yNbTaTOB M3MEPEHU aHanMTUYECKUX CUFHAOB ABYX CMEKTPOB.

5.4. [lonyckaeTcs NpoBoAuTb 06paboTKy aHanUTUYECKWX CUIHaIoB
¢ nomoubio IBM «Wckpa-1256» man aHanorMyHol No nporpammam,
YTBEPXKAEHHbIM B YCTaHOB/IEHHOM MOPSAKE.

5.5. AGCOMIOTHbIE 3HAYEHMA pa3HOCTeli [ABYX pe3ynbTaToB napan-
NenbHbIX OnpefeneHwii (NokasaTesb CXOAMMOCTM) W ABYX pe3yfbTa-
TOB aHaNu30B (nokasaTeflb BOCMPOW3BOAMMOCTW), YWUCNEHHO paBHble
MeXay Co060W, ¢ BeposTHOCTbH P -0.95. A0/MKHbI He MpeBbiwaTb 3Ha-
YEHW [ONyCKaeMbIX PacXOXAeHWiA, NpuBedeHHbIX B Tabn. 3.

Tab6bnwuya 3

A MH)Y «ncblnefacxox Ae.: He.

MU.UXHM 1

OnpepensiemMblii **enenr pon*, r 1npu CIKfcTjlO-
npn TACKTM™»-  [hoT<[4N«xT[X1
P»10M 1»<|UN4«C ] ueC1;0«
KOM aHBnnac ' rmm
1
H».p»a 11 o10-; 10« 4 101
10 4 | 110-4
i 0 » 10 4 10 *
L1 to-* 10* ' 4-10»
Bonbdppam, Kanbuuit, KoO3nbl . Menb, j 1 10 * IC * 4 10 -

1o >
Kanbuynii, megsb 3 10 * 1
Bonbdppam, kobanbT, mMmonubaeH ‘ 1 10 1

o RO 0 OGN~

JlonyckaeMble pacxXxoXAeHuWs AN NPOMEXYTOUHbIX 3HAYEHWI Mac-
COBO \ 0Neil paccyMTbIBalOT METOAOM JIMHEAHOW WHTEpPMONALMN.

11 OonyckaeTcA MNpUMEHeHWe Apyrux MeTOAWMK aHanu3a, fno MeT-
PONOrMYECKUM XapakTepucTUKam HC YCTynalLWuM  MNpUBEAEHHbIM B
CcTaHpapTe.
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