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FrOCYAAPCTBEHHBI N CTAHAOAPT COK3A CCP

rPA®UNT
rocT

17818.15-90

MeTopa cnekTpa/ibHOro aHansa

Graphite. Method of spectrum analysis

OKCTY 6709

Cpok pgeiicTBusa c 01.07.91
no 01.07.90

HacToAawmnii cTaHgapT pacnpocTpaHsAeTcss Ha CKPbITOKpPUCTa/Inye-
CKHI rpaduT 1 KpucTanamyeckmii rpaduT, NoslyvyeHHbId Mpu pasgenb-
HOM WM COBMECTHOM OGOralleHUn NPUPOAHLIX pyf, rpaduTcoacpka-
LWMX OTXO0A0B MeTas/l/lyprmyeckoro u Apyrux npousBOACTB, W ycTaHaB-
NMBaeT CMNeKTPasIbHbIA MeToh onpefesnieHNss KPeMHWs, Mean, HUKens,
cBMHLA, KobanbTa M MbllbsAKa.

CyLlHOCTb MeTofa 3aK/lo4yaeTcss B OKWraHuu npobbl rpacduvrta B
cMmecn ¢ OyhepHbIM MOPOLUKOM B KaHasle YrofbHOro 3siektpoga, ¢o-
TorpaduMpoBaHMmM CNeKTpa W3slydeHUst Ha (OTOMIAcTUHKY W Konuue-
CTBEHHOM OMpefeneHNN KpeMHUsi, Meau, HUKens, CBMHLUA, KobasibTa
N MbIlbSKA MO MHTEHCUBHOCTU WX CMEKTPasIbHbIX JIMHWIA.

CneKTpasibHbli aHann3 MpPoBOAUTCA C MPUMEHEHMEM TrepMaHus 3
KayecTBe 3/leMeHTa CpaBHEHWS.

1. OBUWWE TPEBOBAHWA

O6wme TpeboBaHUS K MeTogy aHanmsa— no NOCT 17818.0.

2. ATINAPATYPA. MATEPUA/Ibl N PEAKTUBbDI

CnekTporpad KsapLeBblii cpegHeir aucnepcum Tuna WCI-30 co
CTaHAapPTHOM TPEeX/INH30BOM CUCTEMOM OCBELLEHUS LIeNN WU aHaso-
TMYHbINA.

VCTOUYHMK nnuTaHusa ayru nocTtossHHoro toka 250 B, 25 A, tuna
YI3-4 v aHanor NYHbIM.

CnekTtponpoekTop Tuna CrM-2 namM aHa/ornyHblIiA.

MuwukpodotomeTp TMna N®0-460 winm aHanorMyHbIA.

CekyHgomep no NOCT 5072.

M3paHve odmumansHoe Mepeneyatka BocnpeLeH
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3nekTponeyb COMPOTMB/IEHUA KamepHas, obecneyvBaloLLast Harpes
fo M00°C.

LWkad cywmnbHbIA ¢ TepMOperysisiTopom, obecneuvBalownii Ha-
rpes go 110°C.

JNamna unHdpakpacHas.

CTynka araTtoBas, XasUgAoHoBas WM SLWIMOBas C BHYTPEHHUM
AnameTtpom 60— 100 mMm.

DOTONNACTUHKN AN NPOMbILLIEHHBIX WM HAyYHbIX Lefeidl ChneKTpo-
rpadunyeckune, tmn I

ONeKTpoabl YrosibHble CriekKTpasibHble Mapkm C-2 vwnan C-3, anamert-
pom 6 MM. ASIMHOM 60 mMm.

Mopowok rpacduToBbli Mapku OCY-7—4.

CnupT 3TUOBLIN peKTUrKoBaHHbI no FTOCT 18300.

Hatpwuin dhTopucTbiii, oc. u.

FepmaHua (1V) okcug ANS CNEKTpasibHOro aHamsa.

Mean (1) okcug, oc. u.

KpemHusa (1V) okemg, oc. u.

KobanbTta (11, 111) okcua.

Hwnkena okcug, oc. u. 'm

CBUHLa OKCug, oc. .

ANIIOMUHUA OKCUA,

XXenesa (111) okemg, oc. u.

.Marnmsa okcug no FOCT 4526, oc. u.

Kanbuua okeng no FOCT 8677.

MblWwbsKa oKcug, oc. 4.

MeTton (nmapa-meTunamuHodeHoncynbdat) no FOCT 25664.

'mapoxuHoH no MOCT 19627.

Hatpuin cepHokucnblii no TOCT 195.

Hatpwuin yrnekuncnbiii 6e3sogHbii no TOCT 83.

Kanuii 6pomucteii no FTOCT 4160.

HaTpuii cepHOBaTUCTOKHCAbIN (runocynbdut) no FTOCT 244.

AMMOHUIA xnopucTblihi no TOCT 3773.

3. noarotoBkA K AHANM3Y

3.1. MNoAroToBKa YrosibHbIX 3/1eKTPOL0B

AneKTpoAbl ANA aHaM3a rOTOBAT W3 YroflbHbIX CTep>KHel. dop-
Ma N pa3mMepbl 3/IeKTPOLO0B YKa3aHbl Ha 4depTexe.

3.2. lNoagroTtoBka pacTBOpoB

3.2.1. MpurotoBneHne nNpoaABuUTeEnNd

MposiBUTENb TFOTOBAT M3 paBHbIX 06bemMoB pacTtBopoB | u I,
MMeLWMX cneayowmii cocTas:

pactsop |

Acton — 2,

rmapoxmHod — 10 r,

HaTpuii  CepHOBaTUCTOKUC/bI 6e3BOAHbIA —52 T, <

62



FOCT J7S18.15—90 C. »

31'IMTpOI1bI£4'ﬁ|m3a BOAa AUCTUNNNPOBaHHas — 1 amM3.

CNeKTpasibHOro o
HaBeckn pacTBopsoT B Bofe, [A0BOAAT 06-
eM pacTBopa Bogol A0 1 am3 nepemeluvBaloT Wu,
€CMIN HYXKHO, (PUNLTPYIOT;

pactBop |IlI:

HaTpuii yrnekucnbln 6e3soaHbIn — 16 T,

Kasmii 6poMUcTbIi — 2 T,

Boga auctunnuposaHHas — | gm3.

Haseckn pacTsBopslT B Bofe, [0BOAAT 06b-
eM pacTBopa BOgoi Ao 1 AM3 nepemMeluvBailoT
W, ECIN HYXXHO, (PUNBTPYIOT.

3.22. MpuroToBaeHUe GukKcaxa

HaTpwnin cepHoBaTucToKMCAbIA — 250 T,

aMMOHMUIA X/10pUCTbIA — 50 T,

Boja auctunnuposaHHaa— | gm1

Haseckn pacTBopstoT B BOAe, A0BOAAT 00b-
eM pactBopa Bogon Ao | AmM3 nepemelumBaloT
W, €CIN HY>XXHO, (unbTpyloT. B3BewwmBaHue ¢o-
TOpeaKTMBOB MPOU3BOAAT C [MOrPELHOCTbI0O  He
6onee 0.1 r.

3.3. MpwuroTosneHne 6yepHo cmecn

BytepHaa cmecb cocTtouT K3 87.9% yrosnb-
HOro nopowka, 12% dTopucToro Hatpus w
0,1% okcnpga repmaHusa (1V). BydepHas cmecb
nepemelLVBaeTCs B araTtoBOW CTYyNkKe B Te4yeHue
<4 4 npn go6aBneHUM 3TUIOBOrO cnNMpTa M3 pac-
yeTa TBEPAOro X >XUAKOMY no macce 1:2.
Ana npoBepkun 4nCTOTbl  BGydhepHoOi  cmecn
hoTorpadhmpytoT ee cnekTp B YC/10BUSIX aHa/M3a
(c*!, pa3g. 4). Ha cnekTtporpamme [O/DKHbl OTCYTCTBOBaTb aHaIUTU-
YecKue SIMHUM onpejesiieMbiX 3/1eEMEHTOB.

3.4. MpurotoBneHne o6pasL,o0B cpaBHEHUS

3.4.1. OKcngabl onpegendgeMblX MeTa/I/10B NpeABapuTesibHO MpoKa-
nnsatT npn 1000—1100°C 1 TeyeHue 8 u.

3.4.2. MepBbIli 06paseL, CpaBHeHUS TOTOBAT MepeMelunBaHNEM B
CTYNKe OKCWAO0B 3/1EMEHTOB C rpauTOBbIM MOPOLUKOM B TeueHue 4 Y
npu pobasneHa 3TU/I0BOr0 CNMpTa M3 pacyeTa TBEPAOro K >XWUAKO-
My no macce |:2. lNMepBblli obpasel, cpaBHeHUs [O/HKEH codep>kaTb
npegnosaraemMble MakcMMasibHble MaccoBble [0/ OKCUAOB 3/1EMEHTOB,
BXOAALLMX M cocTaB Npobbl: BHOr— 10%; Fcs0 3— 2% ; Al203 —2%);
CuO-1%; Nij03— 1%; PbO-1%; Co*>3-1%

BTopoii ob6pasel cpaBHeHWS TFOTOBAT pa3baB/ieHMEM MepBoro 06-
pasua cpaBHeHUs rpaduToM B AecATb pa3. MaccoBble [0NM OKCMAO0B
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onpegensieMblx asieMeHToB: Si02— t,0%; CuO —0,1%; NiD 3—0,1%;
PbO —0,1%: CojOj — 0,1%.

TpeTnin obpasel, cpaBHeHMs TFOTOBAT pasbaBneHvem BTOpPOro 06-
pasua cpaBHeHMs rpaduTom B Tpu pasa. MaccoBble [0NN OKCUAOB
onpegensieMbix anemeHToB: Si02~ 0.3333%; CuO —0,0333%; NidD ,—
0,0333%; PbO - 0.0333%; Co20 3- 0,0333%.

UeTBepTbllA, MATbIM, LUECTOW, ceAbMOW H BOCbMOWM 06pasubl cpas-
HEHVA roTOBAT pasbaBrieHMeM rpaduToMm npegbigyliero B Tpu pasa.

MpurotoBneHHble 06paslbl CpaBHEHMS CMelIMBalT ¢ 6ydepHori
CMeCbl0 B COOTHOLIEHWWM 2:1 no macce.

3.4.3. Ana onpefeneHns Mbllwbsaka o6pasubl CPaBHEHWSA TFOTOBAT
0TAENbHO MepemMelLBaHMEM oKcuaa Mblwbska (111) ¢ ocHoBoW, B Ka-
YecTBE KOTOPOWM C/YXXWUT WUCKYCCTBEHHO MPUrOTOB/IEHHAA CMECb, COCTOSA-
wasa m3 86% rpaguToBoro nopowka, 10% okcuaa KpemHus, 1% ok-
cnpa amomuHuA, 1% okemnpa kenesa, 1% okcmpga Kanbuums, 1% okcu-
fa marHms.

3.4.4. MepBblii 06pasel, CpaBHEHWS TOTOBAT MepemMellInBaHNEM B
CTYMKe OKCMAa MbllbsKa C OCHOBOW, NPUroToB/IEHHOW no n. 3.4.3.
MepBbIi  06pasel, cpaBHeHUA Ao/KeH cogepxkatb 0,132% okcupa
MblILLIbSKA.

BTopoii o6paseL, cpaBHeHUA roTOBAT pasbaBfieHMeM MepBoOro 06-
pa3ua 0CHOBOM B AecATb pas.

TpeTuii obpasel, cpaBHeHUs TFOTOBAT pa3baB/ieHMEM BTOpPOro 06-
pasua 0CHOBOW B ABa pasa.

YcTnepTbliA, NATbIA, LWeCTOW, ceAbMoi ob6pasubl CpaBHEHMsS ToTo-
BAT nyTeM pasbaBriieHUs npeablayllero obpasua OCHOBOW B ABa pasa.

MepemelwvBaloT o6pasubl CpaBHEHWS B TedeHue 4 4 npu fobas-
NeHVN 3TUI0BOFO CAMpTa W3 pacyeTa TBEPAOr0 K >XKMAKOMY MO Mac-
ce 1:2.

MpuroToBneHHble 06pasubl  CpaBHEHUS pas3baBnAT bydepHoi
CMecCblo B COOTHOLLEeHUN 2 : | no macce.

Bce onepauun no B3BeLLVBAHWIO U NepeMeLLBaHNI0 OKCUAA MblLlLbs-
Ka BbIMOIHAIOT B 60KCaxX U3 OpraHM4ecKoro creksa.

4. NMPOBEOEHWVE AHAJTN3A

4.1. HaBecky npob6bl rpacduta cmellMBaloT c 6yd)epoM B COOTHOLLE-
Hum 2:1 (0.2600 r npo6bl 1 0,1300 r 6ydepa). MNMepemelwviBaHue mnpo-
N3BOAAT B aratoBoli CTynke c pfob6asneHnem 5—10 cvm* 3TuI0BOro
cnupta B TedeHue 15 MWH, a 3aTeM MOACYLUMBAIOT CMeCb MOf MHGpa-
KpacHoM namrnon wim B CylUNbHOM LWwKady npu 105—T10°C B Teuye-
Hue 10 MUH.

4.2. Cmecblo rpaduta ¢ Oychepom, a TakXke Kaxgoro obpasua
cpaBHeHWA ¢ Oydepom HaMo/MHAIT HO TPH 3NeKTpoja — ABajuatu-
KpaTbiblH  MOFPYy>XeHMEM WX B CMecu MocTynartesibHO-BpaLlaTesibHbIM
[BVDKEHUNEM,

M
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4.3. OneKTpoA co cMmecblo rpadmTa ¢ 6ydepoM YKpenssiT B HWK-
HeM 3aXuMme LlITaTMBa, a KOHYC006pasHbIA 3/1eKTPog — B BEPXHEM
3aXKMMe. PaccTosiHMe Mexay 3nekTpojgamMm BO BpPeMSA CbeMKU 2,5—
3 mMm. Cuna Toka gyrn 10 A. Bpema skcnosvumm 40 c. Ha cpegHem
KOHflEHCOope ycTaHaBAMBaT  MPSAMOYro/ibHY0 AuadparMy BbICOTOWN
2 mm. WnprHa wenn cnektporpada 0,015—0,020 mm. LupuHa wenun
cnekTporpada MOXKeT OblTb  HECKO/IbKO WM3MeHeHa B COOTBETCTBMU C
ncnosib3yembiM Npueopom.

4.4, Kaxayw cmecb rpagurta ¢ 6ycdepom n obpasubl CpaBHEHUS
c Bychepom cXXurawT No TpU pasa Ha 0AHOM MAacTUHKE.

4.5. ®doTtonnactMHKy obpabaTbiBaldT B CTPOro MOCTOSAHHBLIX YC/0-
BUSAX:

Temnepartypa nposasutens — 20—22 °C;

BPeMS MNPOSB/IEHNA — COM1acHO YKa3aHHOMY Ha YynakoBke (oTo-
N1acTUHOK;

riemsa 3akpenneHna— 10 MaH.

MpombiBatoT OTONMACTUHKY B MPOTOYHONM BOAe B TeyeHue 15 MuH»
0rofiackmBealT AUCTUIIMPOBAHHOW BOAOM W CcyLuarT.

4.6. Mocne 06paboTKM GOTONAACTUHKN (POTOMETPHPYIOT JINHUN,
yKasaHHble B Tabn. 1. AHanuTuyeckMe NMHUM  HaxoAAaAT Mo artnacy
CMeKTPasIbHbIX JIMHWUIA C MOMOLLbIO CMEeKTPOMNpoeKTopa.

Ta6bnuua 1
ANvH* M H W aHanHrauecko/l «MATU, UM
Maccosas foxa
onpeaensemoro snementa

ONpepensemMoro sncexcerd Incmenta cpasxesas a rpadpute
Si 251.611 Ge 259.254 Ot 0.0003 [0 0.01
Si 252.851 Ge 259.254 - 0001 * 01
Si 251,921 Ge 259.254 . 001 . 10
Cwn 324,754 Ge 303906 ., 0.030! - 001
Cwn 282,437 Ge 270,963 * 001 > 10

Nt 305.082 Ge 303.905 > 0.C003 > 0,01

Ni 299.259 Ge 303.905 . 0003 * 01

Pb 283.307 Ge 207 963 ., 0.0003 . 001
Co 242.493 Ge 241.737 -~ 0.0003 - 001
Co 308.678 Ge 303.906 . 0003 . 01
As 234.984 Ge 241.737 , 0003 . 01
As 286.045 Ge 270.963 . 003 - 01

5. OBPABOTKA PE3YJ/IbTATOB

5.1. Pa3HocTb noyepHeHuli (AS) nMHUKM onpefensieMoro afiemeHTa
M JINHUN CPaBHEHUS BbIUMCAAKT Mo gopmyne
AS=Scpp—Sot,
rae 5, — noyepHeHWe NMHUKN ONpefesiIAemMoro a/ieMeHTa,;
S0. — MOYepHEHHE NIMHUN CpaBHEHMS (FepMaHus).
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5.2. CpefHIOl0 pa3HOCTb MoYepHeHWit (ASgD) Tpex CMeKTPoB Bbl-
YUCNST Mo hopmysie

as n
3

rae [A5], OS2 ASj— pa3sHOCTU MOYEepPHEHWA Tpex CNeKTPoB, COOTBET-
CTBEHHO.

5.3. 'pagynpoBoyHble rpaduky CTPOAT ANS BCex 06pa3uos cpas-
HeHVA. OKCTpanonsauus 3a npegensl o6pasLoB cpaBHeEHUA He gonyc-
KaeTcsA. [pagympoBoyHble rpadmku CTpPoAT B KoopauHatax AS—IgC,
roe C— maccoBasi [ofi OKCuAa OnpejesiieMoro afieMeHta B o6pas-

uax cpasHeHus, %.

5.4. MaccoBble [0NM OKCUAOB OMpefesisieMblX 3/1EMEHTOB B MNpo-
LeHTax onpeaesnisoT No rpagyMpoBOYHbIM rpadukam.

5.5. MaccoBble fonn onpegensieMbiX 3nemeHToB (XU) B npoueH-
Tax BblUMCAAT Mo dopmye

crr

roe C — maccoBass  [ona  OKcuAa OMNpefesseMoro afieMeHTa, Haii-
[eHHas Mo rpagynmpoBoYHOMY rpaduky, %;
M — KO/INYeCcTBO aTOMOB OMpeAesiIieMoro afieMeHTa B MoOJieKye
oKcnaa;
— aToMHas macca onpegensieMoro 3fieMeHTa,;
— MOJIeKy/IipHas macca OKcuja OnpefesiiemMoro afieMeHTa.
5.6. [lonyckaemble pacxoXeHWs Mexay pesynbTataMmy AByX Na-
pannenbHbIX ONpefeneHnn He AO/DKHbI MpeBbllaTb 3HAYEHWU, yKa3aH-
HbIX B Tabn. 2.

Ta6bnuua 9
s eropr > MA )
e o 2npenenneuoi [ooyccaeooe pacxokaeHve, %
OT 0.0003 go 0.001 ksit0u. 0.000r
> 0.000 * 001 > 0.001
> 001 » 01 » 0.001
» 01 * 05 > 0.05
* 05 * 10 > 0.07
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NH®OPMALMNOHHbBIE OAHHBIE
1. PASPABOTAH W BHECEH KoHuepHoM «Col3munHepan»
PA3BPABOTUYUNKW

. B. CypaBeHkoB, J1. A. XapnaHucBa (pyKoBoAUTEsSlb TeMbl),
H. M. MeTtansHunKoBa

2. YTBEPX/AEH W BBEAEH B [AEWCTBWE [locTaHOBNEeHUEM
FocypapcTtBeHHoro kKomuteta CCCP no ynpas/eHU0 KaydecTBOM
npodykummn n ctaHgaptam ot 30.03.90 /b 685

B3AMEH IOCT 17818.15—75

4. CCbIJTOYHLIE HOPMATMBHO-TEXHWYECKWVE OOKYMEH-
Thl

O6o3HaqeHre HT, Kori
; HaHa ocE'u'usg e Kokep prinesia

OCT 83-79
rOCT 195—77
FOCT 244—76
FOCT 3773-72
[OCT 4160-74
OCT 4526—75
OCT 5072-79
[OCT 8677-76
FOCT 17818.0-90
OCT 18.300-87
OCT 19627—74
FOCT 25664—83
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