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rroCYyaApPCTBEH HblA CTAHOLAPT COK3A CCP

HNOBUNA
MeTog onpefeneHns KpemHus } rocTt
Niobium. Method for the 18335.5—89

determination of silicon

OKCTY 1709

Cpok pgeticteua ¢ 01.01.91
f0 01,01.96

HacToswmin cTaHaapT ycTaHaBNMBaeT aTOMHO-aOGCOPOLUMOHHBIA Me-
To4 onpe,qeneHMﬂ KPEMHMS B MeTaf/In4eckoM Huobun ot 1-10~4 mo
bl 0 * 2«&

MeToj OCHOBaH Ha 31EKTPOTEPMUYECKON aTOMMU3ALHU KPEMHUS Npu

HemnocpeACTBEHHON 3arpy3ke MeTanMyeckoro obpasua HMO6MA B Medb
aTomm3atopa (KHoBeTY).

!. OBWME TPEBOBAHWA

I.I. O6wye TpeboBaHWs K meTofy aHanmsa—no MOCT 18385.0.

2. ANMNAPATYPA. MATEPVA/bI, PEAKTVBbI N PACTBOPbI

CnekTpothoTOMETP aTOMHO-a6C0P6UMOHHBIA (rpMbl MepKuH-3nvep
mogens 300 wnyM aHanorvuyHbln Npubop, MpeAHasHayeHHbI Ans  pa-
60Tbl C rpadmMTOBON (KIOBETOI) MeYbHO.

JNlamna nonoro katoga Ha KpemHuwii Tna JICI wam aHanoruyHas.

Becbl aHanuTU4eCKMe.

Konbbl MepHble 2-50-2. 2—100—2, 2-1000-2.

CTakaHbl XvMuyeckme BMeCTUMOCTbH 50, 100 cm3.

Munetkn 2—2—b5, 2—2—10, 2—2—25.

Boga fucTUNNMpoBaHHas, fABaXAbl NeperHaHHas.

Bymara hunbTpoBanbHas.

AproH no MOCT 10157.

Hatpwnit kpemHekucnbiii no FOCT 13079.

M3paHve otmumanbHoe MepeneyaTka BocnpeLLeHa
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C. 2 TOCT 18385.5 - 89

HaTpun BOMb(PPaMOBOKHCbIH 2-BofHbIA HO TOCT 18289, pactsop
C maccoBoi foneii 5%: HaBeCcKy HaTpus BOMb(PAMOBOKMCIOIO 2-BOf-
HOro maccoid 5,0 r HaTpus pacTBOPSIOT B AWUCTUINMPOBAHHON BOfe U
nepeBojAaT B konby o6vemom 100 cm3,

CnupT 3TWNOBLIA PEKTUMKOBaHHbIN TexHu4eckmii no MOCT 1S300.

Bata MuHepanbHas Ho [TOCT 4640.

PacTBopbl CpaBHEHUS

PactBop A (3anacHoii): HaBecky Maccoii 2,6522 r npefBapuTesb-
HO NPOKAaNEHHOro W J0BEleHHOr0 A0 MOCTOSIHHOW MacChl KpPeMHeKMC-
NOro HaTpus pacTBOPAKT H AWCTUNIMPOBAHHOW BOAE W MEPEHOCAT B
MepHyt0 konby Ha 1000 cm*. PacTBOp A0BOAAT A0 METKM GHAHErnnau-
poBavKoi BOLOW ¥ MepemelunBatoT; 1 cM3 pacTBopa COAePXUT 1 Mr
KpemHus; nposepatoT no MOCT 4212.

PactBop B: aiMkBOTHyK 4acTb pacTtBopa A o6bemom 10 cm3 ne-
peBoAAT B MepHyl Konby BmecTuMocTblo 100 cm3 pgonuaroT 6uaum-
CTUNNPOBaHHON BOAOA [0 METKM W nepemewwmBatoT; 1 cml1 pacTBopa
B comepxut 0,1 Mr KpemHus.

PacTBop B: anMKBOTHYHO 4YacTb pacTBopa b o6vemom HOcbl* ne-
PeBUAAT B MepHyH0 Konby BMmecTUMOCTbiO 100 cM3 AOBOAAT 4O METKM
O6KANCTUNNNPOBaHHOI BOLOW H MepemeluvBatoT; 1 cm3 pactBopa B co-
naepxut 0,01 Mr KpemHus.

PacTBopbl cpaBHeHUs KpemHus (PCi—PC3). cogepxatue 0,0005;
0,001; G002 mr/cM* KpemHUS: B TpU MepHble KOM6bl BMECTUMOCTbLIO T.0
100 cm3 BBOAAT 5, 10. 20 cm* pacTBOopa B, npunusatoT GHAUCTUN.TU-
POBaHHOI BOLOW O METKWM W NepeMeLLMBatoT.

PacTBop cpaBHeHWsi kpemHus PC«. copepxawmii 0.005 mr/cm*
KpeMHus: oTbupatoT 25 cm3 pacTBopa B. nomelatoT ero 3 Konby Bme-
CTMMOCTbIO 50 CM3, NpunuBatoT GHAHETHANHPOBAHHYIO BOAY A0 METKM
H repemMeLUnBaloT.

PacTtBopbl cpaBHeHuA KpemHua P Q-—PC4 rotosaT B fieHb Mpose-
[eHna aHanusa npobbl. Mpu npoBefeHUM aHanusa ANa efUHUYHOrOo
nsvepeHns pacxogyetcs 0,02 cml pacTBopa cpaBHeHWs. ABCONOTHOE
KO/MYeCcTBO KpemMHWs B 3aTom ob6bveme ana PCb PCz, PC3 PC4 co-
crasnget |+10*", 2-10“# 4-10_a, 1-KO 7r COOTBETCTBEHHO.

?. MPOBEAEHVNE AHANN3A

patnTOBYO Meyb roToBAT K paboTe' B CTakaH C pacTBOPOM BOJIb-
(hpamata HaTpus BepTUKasbHO nomelwaoT 8—10 rpadiMToBbIX KIOBET,
BbIMaQuMBAlOT B TeyeHWe 2—3 4. 3aTeM BbIHWMAKOT KIOBETbl U3 PACcTBO-
pa 1 BbICYLUMBAKOT MX B CYLUIWILHOM LIKady npu Temnepatype 120"C,
pacrnonaragd BBepx 3arpy3oyHbiM OTBepcTvem. [locne BbICYLUMBAHUSA
KIOBETbl  MpokanusaloT B pexume: 100°C —30 c. 1000°C— 10 c.
2600°C —30 c. Bcto onepauuio NOBTOPSAOT ABaXAbI.

Mocne MoAroToBkM npubopa K paboTe COrnacHoO MHCTPYKUMM Npo-
6y maccoii 15—30 Mr NOMeLLaloT B KIOBETY C MOMOLLbHO LUMPHLA-LUMa-
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FOCT 18465.5-89 C. 3

Te/sl, BKIOYAKOT TOK BOAbl M aproHa, 3aTeM BK/IHOYAlOT HAarpeB KIOBETbI
B COOTBETCTBUM C HUDKEMPUBELEHHLIMU peXuUmamu B Tabnuue. Te xe
ornepauny NpojenbiBatOT C PacTBOPaMU  CPABHEHWS, WCMOMb3YEMbIMM
ANS NOCTPOEHUS TPafyMpoBOYHOIO rpaduka.

Pexxum pk6otn

TMapaveTpbl Movoop!» Pacne AHVMUpYyemas
P CpaBHEHBIﬂ rlp(%;/a
Tok eeurakus, MA <nayna JICH) 30 30
[,.:KH3 BOJSIHbI, HM 251,61 251.61
Temneparypa. *C |':|,)O —

Bpems CywKku, c %

Temnepatypa atomuasyuu, °C 2400 2400
Bpems atome3anunu, C 00 120
Bpemsi oCTbIBaHUS FpatinToBOI Meum, ¢ 0] 40

Pacxog cnupTa neped KaAol YCTaHOBKON KIOBETbI WM 3aMeHON rpatvTOBbIX KO-
TrN00B COCTaB/feT 5 cmn
Kionery pekomeHgyetcs Mersin. «cpes kaxfgble £3 oopegcneun/l

4. OBPABOTKA PE3Y/IbTATOB

4.1. Mnowass abCcopbLMOHHOINO CHUrHana, Moay4YeHHOro OT PacTBo-
pa CpaBHEHWS, pacCuMTLIBAOT MO (hopMyne niowan TpeyronbHuKa.
Mo pe3ynbTaTaM M3MepPeHWs PacTBOPOB CPaBHEHWS CTPOSAT Fpajyupo-
BOYHbIA" rpaguK 3aBMCMMOCTU: MaowWwafgb MNof KpuBoi abcopouum —
macca OnpejaensemMoro aneMeHTa.

Mpy aHanuM3e MeTaNIMYECKOr0 HMOOUA abCOPOLMOHHLIA  CUTHaN
KPEMHWS 3aMeTHO 3aTAHYT, MO3TOMY M/owagb nog Kpueoi (S*), Mm2
BbIUMC/IAIOT MO opmyne

roe A0 —makcumarnbHas BbiCOTa CUrHana abcopbuumn, mwm;
N /T—BpeMs, COOTBETCTBYIOLLEE PACCTOAHUIO MO Perncrorpammc
OT MOMeHTa MOsABMeHNs curHana abcopbumm fo 40 n 120 ¢
COOTBETCTBEHHO:
At HA BblCOTa curHana abcopbumu B MOMEHT BpeMeHM ¥ tt co-
OTBETCTBEHHO, MM
4.11. Mo rpafympoBOYHOMY rpatiuKy HaxogaT MacCy KpeMHWs B
npobe. MaccoByto A0M0 KpeMHMs (A) B MPOLEHTax BbIYUCMAT HO
hopmyne

«+100
TX
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rge T —macca KpemHWs, HaifeHHas Nno rpagyvpoBOYHOMY Tpaduky,
B npobe mMaccon T,rT T.

3a pesynbTaT aHanm3a (X,) NPUHUMAIOT cpefdHee apupmeTuyec-
KOe 3HauyeHue pesy/nbTaToB NATW NapaniefibHbIX OnpegeneHnii. Abco-
NIOTHOE 3HAayeHWe PasHOCTU MAKCUMA/bHOr0 H MUHWUMabHOrO pesysib-
TaTOB C [OBEPUTENbHON  BeposTHOCTbIO P=0,95 He AO/MKHO ObITh
6onblie 0,7X,. ABGCOMOTHOE 3HA4YeHWe PasHOCTU [ABYX aHanu30B C
[OBEPUTENbHONM BeposiTHOCTbl0 P=0,95 He AOMKHO 6biTb  6OMblUe
0,5X,H

5. MPOBEPKA TPABU/IbHOCTWU PE3YJ/IbTATOB

MpaBuMbHOCTL pe3ynbTaToB aHanu3a MpPOBEpAtOT METOAOM Nepe-
MEeHHO HaBeCcku. TpW HaBeckM npobbl Maccoi MpubAU3NTENbHO Mo
10 Mr n Tpu HaBeckM B ABa pasa 0Oonblue aHanu3vpyroT no pasg. 3
n 4.

PasHOCTb HauGOMbLUEro M HaMMeHbLUEro U3 cpefHeapudmeTnyec-
KUX 3HAYeHWn pe3ynbTaToB [BYX OMNpefenieHniA 13 HaBecKM Maccoi
npuénnantensHo 10 n 20 Mr He AO/MKHA MpeBbllWaTb BEINYUHLI A0-
MYCKAeMOro PacxOoXfeHUs pesy/bTaToB [BYX aHaIU30B [ANs MaccoBOW
[onu onpesfensieMoro 3nemMeHTa, COOTBETCTBYIOLLEN CpefHeMYy pe3yfb-
TaTy BCEX OMNpefeneHuii



rOCT 183855-89 C. 5
NH®OPMALIMOHHBLIE JAHHbIE

. PASPABOTAH M BHECEH MwuHuctepctsom metannyprum CCCP
PA3PABOTHUNKU

A. B. EntotuH, /1. H. ®unumoHos, 3. C. bauHosea, W. . lNy3ees,
A.C. Tepexosa

. YTBEPXAEH W BBEAEH B [OEWCTBWE T[locTaHOBNEHMEM
lNocypapctBeHHoro komuteta CCCP no ynpasfieHUo KavyecTBOM
npoaykuun n ctaHgaptam oT 11.12.89 Ne 3844

3. BBEAEH BIEPBbIE

4. CCblIJIOYHbIE HOPMATUBHO-TEXHUYECKUWE AOOKYMEH-
Thbl

O603HaueHne MTJ. k* koTopbie
nana ccblika Heyku» nyHkTa

[OCT 4212-76 Pasg. 2
FOCT 4540-84 Pawm. 2
FOCT 10157-79 Pam. 2
rOCT 1307981 Pasg. 2
FOCT 18289-78 Pasa. 2
OCT 18300-67 Pasa. 2
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