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MeToabl onpegenexus occopa

Semiconductor silicon, raw materials for its production
and quartz. Methods of phosphorus determination

OKCTY 1709

MocTtaHoBneHnem locypgapcTBeHHoro komuteta CCCP no craHgaptam ot 13 uions
1984 r. Ms 2490 cpok feiCcTBUSA YCTAHOBMEH

c 01.01.86

no 01.01.91

Heco6nogeHne ctaHpapTa npecnegyeTcs no 3akoHy

HacTtoAwmidi cTaHfgapT ycTaHaBnMBaeT IKCTPaKLMOHHO-(OTOMETPH-
yeckuii meTog, onpegeneHus gocgopa oT 2-10"* go 2-10~r % B TeXHU-
UECKOM KPEMHMW, 3KCTPaKLUIOHHO-KONOPUMETPHUCCKNIA MeTop onpeje-
NeHusa gocgopa ot MO-7 fo 5-1CM % H TpKXnopcunaHe U TCTpaxiopu-
AC KpemHus 1 oT 4-10-7 go 1+0-5 % H ABYOKMCM KpeMHUs (CUHTETUYe-
CKOM KBaplie); HeiTPOHHO aKTMBALMOHHbIA MeToh onpefeneHus oc-
(opa oT bl0O~T go MO~5 % B NONYNPOBOAHWKOBOM KPEMHUN.

1. OBLMWE TPEBOBAHUA

11 Obwme TpeboBaHMs K MeTojam aHanu3da — no [OCT
26239.0- 84.

2. 3KCTPAKLMOHHO-®OTOMETPUUYECKUA METOJ OMPEAENEHUSA ®OCOOPA

MeTof, 0OCHOBaH Ha PacTBOPEHWUU KPEMHUS CMeCbio (hTOPUCTOBOAO-
POLHOWA W a30THOW KUCMOT B MPUCYTCTBUWM MapraHLOBOKWCIOrO Kanus,
y[aneHUn OCHOBHOWM MacChbl KPeMHMS OTFOHKOM B BuAe hTopmaa, usbu-
paTenbHOM KOHLEHTpUpOBaHMM (hocthopa CMecbto H-6yTaHOMa C X10po-
(hopMOM ¥ nocregytolleM GOTOMETPUYECKOM orpegeneHun ocpopa B
BMAE BOCCTaHOBMIEHHOW MOMMG6A0(h0CHOPHON reTeponoIMKNUCOTbI.

21. AnnapaTtypa, peakKTWUBbl U pacTBOpbI

doToanekTpokonopumetp ®3IK-56 nam aHanornyHbli npubop.

MnnTka anekTpuyeckas.

U»paHHs ouumanbHoe Mepenevartka BocnpeLleHa
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Becbl aHanuTUYeckue.

LinnuHgpbl MepHble BMeCTUMOCTbIo 5 H 10 cm3

Konbbl mMepHble BMeCTUMOCTbH 25 1 100 cv*.

BOpOHKKN fenuTenbHble BMECTUMOCTbIO 50 cm3.

BopoHKK KoHUueckue gnametpom 30 MM.

MMWKpPONUHETKM BMECTUMOCTLIO 11 5 cm’.

MuHLeT dToponnacToBbli MM NAacTMaccoBblil. ®UALTPbI GyMax-
Hble «KpacHas neHTa» AuameTpom 70 M.

Turnn n3 cTeknoyrnepoga BMecTMMocTbto 50 cmL1

ABTOKNaB aHanMTnyeckmii C3103 ¢ peakuyUOHHbIMK CTakaHamMu W3
thToponnacta BmecTumocTbio 2 1 30 cm3 lMpu paboTe C aBTOKIABOM
cnefyeT CTPOro cobMofath NPUAaraemMyto K HeMy MHCTPYKLMIO MO 3KC-
nnyarauum.

CylmnbHbIA WwKag ¢ TepMoperynsatopom Temnepatyp go 250 JC.

BeHTWUNATOP KOMHATHBIN.

KncnoTta a3oTHasa ocoboii unctotbl no FOCT 11125—78 nA0THOCTbIO
1,4 r/lcm3w pasbaBneHHas 1:1.

Kucnota consiHasi oco6oli umctotel no [FOCT 14261—77, oc. u.
21—4, nnoTtHocTbio 1,19 ricm3

Kucnota (pToprcToBOA0OpOAHas oc. Y. 27—5, nnoTHOCTL0 1.2 r/em3

Hatpuit monn6aeHoBokHenbiA no MOCT 10931—74,0,4 M. (8,6 %-
HbIi pacTBop).

MnyuepuH no TOCT 6259—75.

Onoso agyxnopuctoc 2-sogHoe no [OCT 36—78, y., 10%-Hblii
pacTBop B INMLEPUHE.

Kanuii mapraHuoBokucbiii no TOCT 20490—75, 10 %-Hblidi pacT-
BOp.

CnupT HopManbHbIiA 6yTunosbli (1 6ytanon) no FOCT 6006—78.
neperHaHHbIN.

Xnopotopm TexHuueckuii no FOCT 20015—74, neperHaHHbINA.

Cmecb ing aKCTparmposaHms gocdopa:

30 cm3 «-6yTaHona cMelmBatoT ¢ 70 cm3xnopodopma.

Kanuit docthopHOKMCABIA o0fHO3aMelLeHHbIM o TOCT 4198—75.

CraHpgapTHble pactBopbl ocdopa (V).

PactBop /1. cogepxawmii 0,1 mr dpocthopa (V) B 1 cm3,0,4391 O
HO3aMeLLEHHOr0 (hOCOPHOKMCNONO Kanus pacTBOPAOT B BOAE U pas-
6aBnstoT Bogoli go 1000 cm3.

Pacteop b. cogepxawwii 0,01 mr cdocthopa (V) B 1cm3 rotoBsT B
%Hb ynoTpe6neHns pasbaBneHnemM CTaHAapPTHOrO pacTteBopa A BOAOA B

pa3.

22. NMposepeHne aHanunsa

2.2.1. PacTBOpeHue aHaNM3npyemoi npobbl B OTKPLITON cucTeme

Hasecky maccoin 0,05 0,25 rnomewyatoT B TUrenb U3 CTEK0YT/1epo-
[a, NpUAMBAaloT fiBE Kanju MapraHLuoBoKMcnoro kanus, 5 cm3 topmcro-
BOZIOPOAHON KMCAOTbI, NepeMeLlmBatoT. 3aTemM OCTOPOXHO, A8 NpeaoT-
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BpaLLeHWs BYpPHOIN peakuun, HO KannsaMm BBOAAT | CM3 a30THOW KMCMOTbI
(1:16), UCMONb3ysl MEepPUOAMYECKUI A HArpeB A0 MOSHOTO  PacTBOPEHWS
npoobl.

2.2.2. PacTBOpeHWe aHanu3npyemoi npobbl B aHaIMTUYECKOM aBTOo-

Knase

HaBecky maccoii 0,05—0,25 r nomewiaoT BO (hTOpONnacToBbIii cTa-
KaH BMECTUMOCTbIO 2 CM3 NpubaBnsloT ABe Kanau pacTeopa MapraH-
LIOBOKMC/IOFO Kanus. B peakuuoHHbIA (PTOPONNAcTOBLIA CTakaH BMe-
ctumocTbio 30 cM3 BNMBatoT 5 cM3 hTOpUCTOBOAOPOAHON M 1 cM3 a30T-
Holi (pa36aBneHHONW 1:1) KWCMOT, OCTOPOXXHO NMHLETOM OMyCKaloT CTa-
KaH BMECTMMOCTbIO 2 CM3 a CTakaH BMeCTUMOCTbi0 30 CM3 KOTOpbIl 3a-
KpbIBAOT KPbILLIKOW 1 NOMELLA0T B aBTOK/aB.

ABTOK/NaB 3aKpbIBAIOT N ABaX/bl NepPeBepTLIBAIOT, Yepes 5 MUH ne-
pesepTbiBaHWe MOBTOPALOT; yepe3 10 MMH aBTOK/aB MOMELLAT B Npej-
BapuTeNbHO HarpeThbili CyLIMbHBIA WKad, HarpesatoT npu 180°C B Te-
YeHve 25 MWH, BbIHUMAIOT W3 CYLIW/IBHOTO WKada U oxXnaxAaarT npu
MOMOLLY BEHTUNATOPA [0 KOMHATHOW TemnepaTypbl. ABTOKIaB OTKPbI-
BalOT, PacTBOP M3 (PTOPONNACTOBOrO PeakLMOHHOro cTakaHa nepeBo-
BAT B TUrefb W3 CTEKN0Yrnepofa, 0bMbiBail CTEHKW BOLOW, U Mpu-
6aB/AlOT elle ABe Kanau pacTBOpa MapraHLOBOKWCAOIO Kanus.

2.2.3. OnpegeneHune ¢ocdgopa

2231 PacTBop, MoMy4YeHHbId no n. 221 wam n. 2.2.2, ynapusa-
0T Ha MAMTKe, & 3aTeM [ocyXa Ha BOAAHON 6aHe, npn6aBnaloT 5 cm3
(hTOPMCTOBOAOPOAHOM KUCMOTbl M CHOBa YynapuBakT pgocyxa. Cyxoi
0CTaToK 06pabaTbiBaldT 2 CM3 KOHLEHTPUPOBAHHOW COMSHOM KUCMOTbI
¥ ynapuBaloT Ha BOAsAHOI GaHe focyxa.

K cyxomy ocTaTky npunusatoT 1.5 cM3 KOHLEHTPUPOBaHHOI COMSAHOM
K1Cnothl, 3,5 CM3 BO/bI, PacTBOP MEPEBOAAT B AENIUTENbHYIO BOPOHKY,
npunusatoT 5 cM3 0,4 M pacTBopa MONH6AEHOBOKHENOro HaTpuUs W
10 cm3 cmecn K-6yTaHONMa € X10POhOPMOM, 3KCTparmpyoT monmbéaodoc-
(hOpHYHO reTeponoNnKUCIOTY, BCTPAXMBAA PAacTBOP B TEYeHWe 2 MUH.
OpraHuyeckyto a3y (HWKHWIA cnoii), cofepxallyto MonH6nogoctop-
HYH0 FeTepononnKUCAOTY, (UNLTPYIOT Yepe3 ByMaXKHbIn GunLTp B Mep-
HYt0 KOOy BMECTMMOCTbIO 25 CM3, A0BOASAT 06bEM A0 METKU CMECHIO
«mbyTaHona ¢ xnopoopmMomM, NpubaBnsOT OAHY Kanak pacTBopa ABY-
XNOPUCTOro 0/10Ba W TLATENbHO TMepemellnBatoT. M3mepatoT ontuye-
CKYK MMOTHOCTb 3KCTpPaKTa Ha (POTO3MEKTPOKONOpHMeTpe npu 630 um
MO0 OTHOLLEHUIO K CMecn «-6yTaHona ¢ XI0poIopMOM, ncnonbays KHOBe-
Tbl 4N POTOMCTPUPOBAHMA C ANMHOM onTuyeckoro nyTw 50 mm. Cogep-
XaHue docdopa onpefenaoT No rpagyvpoBoyHoMy rpadumky. Mapan-
NenbHO MPOBOAAT KOHTPO/bHBIA OMbIT Ha cogepXxaHue gocgopa B pe-
aKTVBax Yepe3 BCe CTaAMN aHanM3a W BBOAAT B MOyYeHHbIe pe3ynbTa-
Tbl COOTBETCTBYHIOLLYIO NMOMNPAaBKy.

2.23.2. TMocTpoeHue rpafyupoBoYHOro rpauka

b fenuTensHble BOPOHKM BMecTUMOCTbIO 50 cm3 BnamsatoT 0,05—
1,05 cm3 cTaHfapTHOro pactsopa gocopa b ¢ uHtepsasom B 0,2 cm3
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npuameatoT 1.5 M’ KOHLEHTPUPOBAHHOW CONSHOM KUCMoThl, 3,5 eml1 BO-
abl. 5 cv* 0.4 M pacTBopa MO/M6AenoBOKMCIOro Hatpusa 1 10 cv™ cme-
cu H-6yTaHona ¢ xnopoopmoM. [lanee NPOBOAAT aHanM3, KakK yKas3aHo
B n 2231

CTpOAT rpafyMpoBOYHbIA rpadrK 3aBUCUMOCTY OMTUYECKOA NAOTHO-
CTU OT KOHLEHTpaLUuK, KOTOPbIA WUCMOMb3YIOT ANS ONpefefieHns copep-
XaHusa ocgopa B aHanmM3mpyemoin npobe.

23. O6bpaboTka pe3ynbTaTtos

2.3.1. Maccosyto gonto thocopa (X) B npoueHTax BbIYMCASHOT MO

thopmyne

rge nuy— macca ocopa, HafeHHas Mo rpagyvMpoOBOYHOMY rpagm-
KY, MKT;
A*— Macca HaBecKw, T.

3a pesynbTar aHanusa NPUHUMAIOT cpefHee apuMeTUYecKoe ABYX
napannenbHbIX onpegeneHunii, NPoBefeHHbIX M3 OTAeNbHbIX HaBECOK.

2.3.2. Pa3HOCTb 60/bLUEr0 M MeHbLLUEro 13 ABYX pe3ynbTaToB napan-
NenbHbIX ONpefeNieHnidi C OBEPUTENIbHON  BEPOSTHOCTbIO P*»0,95 He
[O/MKHA MpeBblllaTh 3HAYeHWU abCOoMIOTHBLIX AOMYCKaeMbIX pacxoxpe-
HUIA NapannefbHbIX ONpPefeneHuniA, MPMBEAEHHbIX B Tabn. 1

Tabnuua 1
MwpoBas gona ABCOMOTHOE A0MYCKa-
¢hocchopa.’ K emoe PacxoXfeHne,
2*10—=* 1-10—2
5-10-* 2-10—*
1-10—5 3-10—3
5-10-» blO-
1-10-* 2-10-
2-10-1 *HO-

[Jonyckaemble PaCXOXAEHUS AN1s1 IPOMEXYTOUHbIX COAEPXKaHNiA Bbl-
YUCNAOT METOLOM JIMHENHON MHTePNoNALWN.

233 [na npoBepkn MpaBW/ILHOCTU aHanu3a WCMOMb3YT METO,
[o06aBoK. [1Be HaBeCKW OfHONM W3 NpoaHanM3npoBaHHbIX NPob pacTeops-
T no n. 221 wm n. 2.2.2. K nonyyeHHbIM pacTBopam A06aBasoT
oAnHaKoBble 06beMbl paboyero pactsopa gocopa C TaKMM pacyeToM,
yTobbl MaccoBas gons docgopa B npobe ¢ fobaBkoi (A,), paccuu-
TaHHas o gopmyne

(rge (A2 pesynbTaT aHanmsa npobbl. %; T,—Mmacca dochopa B
[006aBeHHbIX 06beMax pabouyero pacteopa ocgopa, MKr) Oblna He

36
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6onee BepxHel rpaHULbl MHTEepBana ONpefeNsieMblX MacCoBbIX [Oeit
thocopa (cm. Tabn. 1) M He MeHee YTPOEHHOrO 3HAYEHUS HWXKHel
rpaHuLibl 3TOro NHTepBana.

AHann3 CuMTaloT NPaBWUIbHLIM C  [AOBEPUTENLHON  BEPOSTHOCTHIO
P*=0,95, ecnn pe3ynbTaT aHanM3a HaBeckU C A06aBKOM, OTIMYaeTcs
oT Xi He 6onee, yem Ha [-0,5 Y df+'df~, rge d\ — abcontoTHoe go-
nyckaemoe pacxoXfeHue pe3ynbTaToB ABYX MNapannenbHbiX onpefe-
NeHwi gocdopa B npobe 6e3 gobasku, %; d2— gonycKaeMoe pacxoXx-
[leHve [ByX pe3ynbTaToB NapanfnefbHblX onpefeneHunii octopa B Tol
Xe npobe 6e3 fobasku, %.

3. OKCTPAKLMOHHO-KONOPUMETPUYECKUA METOZ OMPELENEHNA ®OCHOPA

MeTog OCHOBaH Ha OTAeNeHU KpeMHWS OTTOHKOW B Buae dhtopunga u
KONOPMMETPUYECKOM OnpefenieHnn ¢ochopa NO BOCCTAHOBEHHOW MO-
NH6A0(OCHOPHON reTeponoNNKUCIOTE B 3KCTPaKTE MeTUAN306yTuIIKe-
TOHa ¢ 6yTunaueTaTom.

3.1 Annapatypa, peakKTUBbl U pPacTBOpPbLI

L kad cywmnbHblidA Tuna JIM-301 uam aHanornyHblin ¢ TepmMoperyns-
TopoMm Temnepatyp Lo 250°C.

MAnTKa 3neKTpuyecKas C 3aKpbiTOW CNMpasblo MOLHOCTbI0 600 BT.

BeHTUNATOP KOMHATHBIVA UK aHATOTUYHBIA..

X0oNoAnNbHYK.

ABTOKNaB aHanUTU4Yeckunii M167 ¢ peakUMOHHbIM CTaKaHOM BMECTW-
MOCTbt0 70 CM1 MM aHanornYHbIN.

ABTOKNaB aHanutuyecknii C 3294 C peakUMOHHbIMKM CTaKaHamu
BMecTMMOCTbio 30 1 250 cm*.

LpnnnHapbl AN KONOPUMETPUPOBAHWS C NMPUTEPTLIMU NPobKaMu BMe-
CTUMOCTbI 5 cM3, gvHoin 150 MM, AnameTpom 6 M.

Mukpo6opeTka BMECTUMOCTbIO 5 cML

MUKpPOMUMNETKN BMeCTUMOCTbIO | 1 5 cm3.

IMneTkn nopLuHeBble NMOAUITUNEHOBbIE BMECTMMOCTbIO 5 1 10 cML

IMUMNeTKN NopLUHEeBble CTEKNAHHbIE BMECTUMOCTLIO | CM3.

LinnvHApbl MepHble BMECTUMOCTbIO 5 K FOcm3

MnHUET (hTOPONNAcTOBbIA UM NNaCTMACcCOBbIN.

PunbTpbl ByMaXKHble «KpacHas fieHTa»,

Turnn 3 cteknoyrnepoga smectumoctbio 100 cm1.

Kucnota ¢propuctosogopogHas OC.Y.27—5. nnoTtHocTbio 1,2 r/icml

Kuncnota asoTHas ocoboii umctoTel no MOCT 11125—78, nnoTHoO-
cTbto 1,4 r/cM* neperHaHHas.

KucnoTa consiHas ocoboii uictoTbl no FOCT 14261—77. OC.Y.21—
—4. nnotHocTbio 1,19 riecm3

Kanwnii mapraHueBokucablii no TOCT 20490—75, 10%-HbIii pacTBop.

AMMOHUIA MonunbaeHoBokucnblli no FOCT 3765—78, 4 %-HbIin
pacTsop.
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Kanuii cypbMAHOBUHHOKMCHLIA 0,3 %-HbX pacTsop.

Kucnota ackopbuHoBas nuwesas oc.H., 0,1 M pactBop: 1,761 ac-
KOP6MHOBOI KMCNOTbI pacTBopsatoT B 100 cM* BOAbI.

Kanuit thocthopHOKUCbIN 0gHO3aMelleHHbI Mo TOCT 4198—75. x.u.

CMecb peakTVBOB FOTOBAT nepej YnoTpebneHemM  CMeLuMBaHueM
10 cm3 CcOnsiHOM  KUCNOTbl. 6 CM3 aMMOHMSt  MOAMOGAEHOBOKMCIIONO,
12cm9 ackopbUHOBOM KMCAOTbI U 2 CM3 Kaius CypbMSHOBUHHOKMUC/O-
ro.

Othmp GYTUNOBbLIA YKCYCHOM KNCNOTbI (ByTUNaueTar), Y., neperHaH-
HbIVA.

MerHaH300yTHAKETOH, Y., NEpPerHaHHbIiM.

Cmecb [1s 3KCTparnpoBaHWs rOTOBAT CMELUMBAHUEM paBHbIX 00b-
emMoB OyTunaueTaTta ¢ METUIN306YTHAKCTOHOM.

CTaHgapTHble pacTBopbl (hocgopa.

Pacteop A, cogepxalymin 0.1 mr pocthopa B 1 cm3: 0,438 r ogHO3a-
MeLLEHHOro (hoCPOPHOKNCNIONO Kanusa pacTBOPAIOT B BoAe U pa3baBnd-
10T Bogoi ao 1000 cm3.

Pacteop b, cogepxawmwmii 0,001 mr doctopa B | cM3: rotoBaT B
JeHb ynotpebneHus pasbasneHvem pactsopa A B 100 pas.

32. MoarotoBKa K aHanusy

3.2.1. MpuroToBeHne WKanbl CTaH4APTHbIX 3KCTPaKTOB

B uMnuHapbl 4N KOMOPHMCTPUPOBAHWA C NMOMOLLbIO MUKPOHWUMCTKN
BHocAT 0.00; 0.02; 0.05: 0,10: 0.15; 0.20; 0,25; 0,30; 0,35; 0.40; 0.45;
0,50 cm3 cTaHgapTHOro paboyero pacTtBopa ocdopa, YTO COOTBET-
cteyet 0,00; 0.02; 0,05; 0,10; 0,15; 0,20; 0,25; 0,30; 0,35; 0,40; 0,45 u
0.50 mkr ¢octhopa. O6bEMbI PacTBOPOB JOBOAAT C MOMOLLLIO MHKPOG6HO-
peTku BOAOA Ao 2,64 cm3, npuameatoT 0,36 cM5 CMeCM peakTMBOB A 1
yepe3 3 MuH 0,3 cM3 cMecu ana akcTparnposaHusa b monH6gothochop-
HOW  reTepononukucioTel.  LiMAnMHApLl  3aKpbiBalOT  MpobkamMu 1
BCTPAXUBAKOT natb  pas Yepes 5 MuH WwKany craHpapr-
HbIX 3KCTPaKTOB MCMOMb3YIOT A/ OLEHKWM KOHLUeHTpauuu docdopa B
pactsope npoobl.

3.3. NMpoBejeHne aHanusa

3.3.1. AHanus xnopuaoB KPeMHUA

20 r Tpuxnopcunana (15 cm3) nm TeTpaxnopuga kpemHus (13 cm3)
MoMeLLaloT BO (DTOPOM/ACTOBLIA cTakaH aBTOknaBa C3294 BMecTMMOC-
Tt 30 cM3; cTakaH C Mpo6oi OMyckaloT B CTakaH BMECTUMOCTbHO
250 cmb5, copepxawmii 25 cm1 (hTOpMCTOBOAOPOAHONM  KucnoThl, 15 cm3
BO/Ibl U 1cn3a30THOM KMCNOTbI. ABTOKNAB 3aKpbIBAlOT, MEPeBEPTLIBAOT
1 NMOMeLLaT B XONOAWNbHMK. Yepe3 30 MHM pacTBOp Mpobbl U3 peak-
LIMOHHOrO CTakaHa aBTOKNaBa MePeHOCAT B CTEKNOYTNepOfHbIH TUresb.

BMecTo aBTOK/1aBHOr0 pacTBOPEHMUS X/I0PUA0B KPEMHUS LOMYyCKaeT-
€Sl MCNONb30BaHVe pPacTBOPEHWS B OTKPLITO CUCTEME NpW ONpeaenieHnn
thocgopa ot 2-10~7 % macc: 7 cm3 BoAbl U 1 cM3 a30THOW KUCNOTbI MO-
MELLAIOT B CTEK/IOYT/ICPOAHbINA TUTeNlb H OXNaXAAKT CyXUM NibA0M, 3a-
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TeM 10 r TpuxnopcHnaHa (7.5 ¢cm') WM TeTpaxnopHAa KPeMHus
(6,5 cm') OCTOpOXHO BAMBAKOT B BOAY Npu nepemeluBaHuu. llocne
OKOHYaHWS peakuuu cofepXumoe Turna pacteopstoT B 10 cm' dropu-
CTOBOAOPOAHON KWCMOTbI.

PacTBop ynapusaltOT BHauyane Ha MNiuTKe, a 3aTeM CTCKIOYr/epoj-
HblA TUreNb C COAEPXXMMbIM MOMELLAKT HA BOASHYH 6aHl M pacTBOp
BbINapuBaloT gocyxa. K cyxomy ocTaTky npub6aBnsatoT 2,64 cm' BOAbl U
n 0,36 cm3 cmecn peakTmBoB A. Yepe3 3 MHM pacTBOp MepeHOCAT B
LUWMHAP ANA KONOpUMETPMpoBaHus, BBOAAT 0,3 cm1lcMecn Ans aKcTpa-
rmpoBaHns b mMonH640GhoC(opUoii reTepononNKMUCAOTbI, LUANHAD 3a-
KPbIBAKOT MPOOKOIA 1 BCTPAXMBAKOT NATb pas.

KoHueHTpaumio octopa B 3KCTpaKTe Npobbl OLEHUBAKOT CPaBHEHU-
€M CO LUKanoli CTaH4apTHbIX 3KCTPAKTOB, NPUrOTOBAEHHBIX Mo M, 3.2.1.

MapannensHO NPOBOAAT KOHTPO/bHLIA OMbIT Ha cogepxxaHue hocho-
pa B peakTuBax uepe3 Bce CTaguu aHanus3a W BBOAAT Ha Hero no-
npaBskKy.

3.3.2. AHanus [|ByoKNCU KpeMHUA (CUHTETUYECKOro Ksaplia)

HaBecky Maccoii 5 I MOMeLLatoT B peakLMOHHbIN CTakaH BMECTMMO-
cTbto 70 cm' aBTOKNaBa M 167, BimnBaoT 20 cM3 (PTOPMCTOBOAOPOAHON 1
1cm3 a30THOW KMCMIOT, CTaKaH 3aKpblBatOT KPbILWKOWA W MOMeWalT B
aHa/MTMYecknii aBToknas MI67. 3akpbiBalOT aBTOK/1aB, MOMELIAlT B
CYLIU/bHBIA LKA ¥ BbIAEPXKMBAIOT B TeueHne 2—3 4 npu 180—200°C.
3aTeM aBTOK/1aB BbIHUMAKOT U3 CYLUMIbHOTO LWKaa, OX1aXaalT npu
MOMOLLUY BEHTUNIATOPA U XonoaunbHuka. Yepes 30 MWH pacTeBop npo-
6bl M3 peakLMOHHOIO cTakaHa aBTOKNaBa NEepeHOCAT B CTEK/0Yrnepoj-
HbIA TUrenb.

BMeCTO aBTOK/aBHOIO pacTBOPeHUs CUHTETUYECKOro Ksapua Aonyc-
KaeTca MCMONb30BaHWe PacTBOPEHMS B OTKPbLITON cucTexie mpu onpefe-
NeHun ¢ocpopa o1 MO™™* %:

2 I TOHKOPAcCTepTOi Mpobbl MOMELLAKT B CTEK/IOYT/IEPOAHbIA TUreNb
W pacTBOPAIOT NpW HarpeBaHuy B 20 cM' (PTOPUCTOBOLOPOLHON 1 1 cm3
a30THOW KWC/OT, HaKpbIB TUTEMb KPbILLIKOM.

[Janee aHann3 BegyT no H. 3.3.1.

34. O6paboTka pe3ynbTaToB

3.4.1. Maccosyto gonto ocgopa B npobe (/1) B NpoueHTax BblUKC-
nAT no opmyne

X.h-nr*

roe mi —macca octopa, HaieHHas CpaBHEHWEM CO LUKa/IOi CTaH-
JAPTHBIX 3KCTPaKTOB, MKT;

T--Macca Hasecku, T.

3a pesynbTar aHanM3a NPUHUMAIOT CpefHee apuMMeTUYECKOoe [BYX
napannenbHbIX ONpeaeneHui.

3.4.2. Pa3HOCTb 6OMbLUEr0 U MeHbLIEro M3 [BYX pe3ynbTaTtoB na-

pannenbHbIX OMNpeAeneHnii ¢ [OBEPUTENbHOW BeposiTHOCTbO P = 0,95

He [O/KHA MpeBblllaTb 3HAYeHU abCoMOTHBIX AOMYCKAaeMbIX PACXOX-
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[EHWIA ABYX pe3ynbTaToB NapaniefibHblX OMNpefeneHuid, ykasaHHbIX B
B Tabn. 2,

Ta6bnuua ?
. ABCOMIOTHOE AOMjreKa-
e Ao TON pa&xoﬁq iy
bl 0-* MO-7
210-1 15-10- 1
5-10—7 2-10—7
1-10— 3-10—7
2-10- 5-10-7
S-10-¢ 1-10-*
3.4.3. [ng npoBepkn MpaBW/ILHOCTU aHanM3a MCMo/Mb3yT METO

fo6aBok. [1Be napanfe/bHble HAaBeCKW pacTBopsloT no n. 3.3.1 wwm
n. 3.3.2. K nmony4yeHHbIM pacTBOpaM [06aBNsOT OAUHAKOBbIE 06BLEMbI
paboyero pacTtBopa (octhopa C TaKMM pacyeTom, 4ToBbl MaccoBast [0-
na ocgopa B npobe ¢ gobaBkoi (Xj), paccumTaHHas no copmyne

Xx=Xt+ 7"j~10 ', (rge Xn — pe3ynbTaTr aHanusa npobbl, %; mi—

macca ocgopa B gobaBneHHbIX o6bemax pabouero pactsopa oc-
(hopa. MKr), 6bina He Gonee BEPXHE rpaHULbl WHTepBana onpepens-
eMbIX MaccoBbIX [fo0nei (hocgopa (CM. Tabn. 2) U He MeHee YTPOEH-
HOTO 3HAYEHWS HWXKHeW rpaHuLbl 3TOr0 WHTEpBana.

AHann3 cuMTaloT NpaBW/bHBIM C  [LOBEPUTENbHOW  BEPOSTHOCTHIO
P =0,95. ecnu pesynbTaT aHanm3a HaBeCOK C J06aBKOW OTM4aeTcs OT
X, HC 6onee, Yyem Ha

A-o0sK''aF?.

rae d| —jonyckaemoe pacxoxfeHue [ByX pe3y/bTaTtoB Mnapase/bHbiX
onpefeneHun ocgopa B npobe ¢ pobaskoid, %,
d2—/onyckaemoe pacxoxaeHue [ByX pe3ynbTaToB napanjesbHbIX
ornpegeneHun gocgopa B ToM Xe npobe 6e3 fobaBku, %.

4. HEMTBOHHO-AKTVBALMOHHbLIA METOJ, OMPEAENEHNA ®OCOOPA

MeTog ocHoBaH Ha 06/lyYeHWM aHanm3mpyemMblix 06pasLoB Mobpas-
LA CpaBHEHWS MOTOKOM HeUTpoHOB 1,2-1013HeiiTp./cMr-c) ¢ nocneayto-
MM M3MEPEHMEM aKTUBHOCTU ocopa-32 B aHanm3mpyemom obpasLie
1 obpaslie cpaBHeEHUA.

4.1 AnnapaTypa, wmaTtepuanbl U peakKTUBHI

FAfepHbIii pHEAKTOp C MOTOKOM TEMnoBbIX  HelTpoHoB  1—3-10i
HelTp./cMr-c).

Mepccyernra ycraHoBka Tuna MC02—4 co CBUHLOBLIM  6/10KOM
[OC-0006 v rasopaspagHbiM getektopoMm b®J1-25 wnn MCT-J7.

Pagnometp «TUCC».

Becbl aHanuTuyeckue.
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Becbl aHanMTuyeckue BJ/IM-1T.

Bokc sawuTHbIA TUna 16 11—1HXX wuanM aHanoruyHsIi.

KOHTelHep CBMHLOBbLIA TpaHCMOPTHbIA Mapkn KJ1-7,0 ¢ TonwuHoi
CTEHOK 70_MM.

KOHTeliHep CBMHLOBbIV HacTOMbHbIA Mapkn KT1—10 ¢ TonwmHoin
cTeHok 10 mm.

CpefcTea MHAMBUAYANbHOW 3aLWUTbl OT W3/TyYEeHWUS W 3arpsa3HeHus
pafMoaKTVBHBIMU BeLLeCTBaMMW, COrNacHO OCHOBHLIM  CaHUTApHbIM
npasunam» OCI 72/80.

[MeHanbl antOMUHNEBBIE, M3rOTOBMIEHHBIE N3 AIIOMUHMA Mapku 995-A.

MnuTKa anekTpmyeckas.

Jlamna vHpakpacHoro usnyyenns tuna UC-1.

doctop KpacHbIi OC.H. 9—

AnoMUHMEBas onbra Mame 995-A TonuwmHoii 0,05—0,1 mm.

KpeMHui41 nonynpoBOAHMKOBLIA Mapku KI1-1—6.

ObpasyoBble CTaHAapTHble 6eTa-usnyyaTenn — TannHin-204 wm
Kob6anbT-60.

IMoANOXKM N3 OPraHNYecKoro CTekna.

duAbTP M3 ANOMUHUA TOALMHOR 0,22 r/cbIr.

dunbTposanbHaa bymara.

Kon6bl mepHble BMecTumocTbio 50,100 cM3.

LinnmHapel MepHble BMecTumMocTbio 10 1 25 cm3.

LIMnnMHapbl MepHble W3  OpPraHUYeckoro CTekna BMECTUMOCTbHO
25.50 cm3.

Mwukponunetkn Ha 0,1—0,5 n 1,0 cm3

Yawkun n3 dgroponnacta gnamerpom 20—22 (Bbicota 8—10 MM) U
35—50 Mm (BbicoTa 10—15 mm).

[nneTkn n3 opraHn4eckoro crekna.

CTakaHbl CTEKNAHHbIE XMMWUYecKue BMecTUMOCTbio 50 1 100 cm3,

baHkun 13 roponnacta Ha 250 u1 500 cm3,

CnupT 3TUNOBLIA  PEKTU(IMKOBAHHBLIA TexHuueckuii no [OCT
18300—72.

AueTtoH no NOCT 2603—79.

Kucnora asotHasa no MOCT 11125—78.

Kucnota dropuctosogopogHas no FOCT 10484—78.

Boga auctunnuposaHHad no NOCT 6709—72.

Yrnepog YeTbipexxnopucTtblit Ho TOCT 20288 74.

Kanua rugpookucek no MOCT 9285—78.

Hatpusa rugpookucs no NOCT 4328—77.

CTaHfgapTHbIV pacTeop ¢octhopa ¢ KoHueHTpaumein 1-10-4r/cm3: Ha-
BeCKy (pocgopa Becom MO-2 r nomewjaloT B CTakaH BMECTUMOCTbLIO
50—100 cm3, £06aBAAKT KOHLEHTPUPOBAHHYO a30THYHO KMCNOTY U pac-
TBOPSAIOT Mpy HarpesBaHuW. ocne NOMHOro pacTesopeHus octopa v 0X-
NaXKAeHUs pacTBopa 40 KOMHATHOI TemrnepaTypbl ero NepeHocsT B Mep-
Hyt0 Konby BmecTMMOCTbi0 100 cM3 M [OBOAST  KOHLEHTPUPOBAHHON
a30THOWM KWUCNOTOM A0 METKU. 3aTeM pacTBOp MepeMeLUyBatoT.
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CTaHfapTHble pacTBopbl hoctopa ¢ KoHueHTpaumelri 1-10 J r/fem’ u
bl 0“®r/cM3 roToBAT aHanornyHbIM 06pa3oM, pacTBOpsAs HaBecky (oc-
thopa maccoii bl0_3 n bl0~4r coOTBETCTBEHHO. PacTBOpbI MCMO/b3Y-
0T A4N19 NPOBEPKMN MPaBWUIbHOCTU aHanm3a.

42. NMoAaroToBKa K aHanusy

421 MoproToBka 06pasLoB KpeMHUS 1 06pasLoB CpaBHEHUS K 06-
NYYEHUIO

MeHan gna 061ayyYeHWs, KBapLEBbIA GIOKC H allOMWHMEBYHO (ONbry
[4NS YNakoBKW aHanu3vpyemoro marepuana npoMbIBalOT aLeToOHOM, 3a-
TEM CNMPTOM. AHanu3npyemblii 06pasel, B3BELLUMBAIOT HA aHaIUTUYecC-
Kux Becax (macca 1,5—3,0 r, TonwmHa obpasya 3—5 MM, AuameTp
15—20 MM), NOMELLAIOT B a/IFOMUHMEBBIV MaKeT; MakeT MapKUpyHoT.

B kauecTBe 06pasua CpaBHeHWs WMCMOMb3YKT HaBecky ocdopa
1—3-10-4 1, KOTOpYylO B3BelIMBaOT Ha Becax B/IM-1I" u nomewalot B
KBapLEBbI/ OIOKC. BIOKC 3aBOpauMBalOT B a/IlOMUHMEBYIO (DOMLIY U Map-
KupytoT. O6LWas macca KpemMHUsi B NMeHane He Ao/MKHa npesbiwatb 20 T.

MeHan o6nyyaldT B SAEpVMOM pPeakTOpe MOTOKOM HENTPOHOB
1—3*10B HeliTp/(cm2c) B TeveHne 20 4 nam 200 4 B 3aBUMCUMOCTM OT
npeanonaraeMoro cogepxxaHus gocgopa B obpasLe.

O6nyueHHble 06pa3Lbl KpeMHUA 1 06pasLbl CPaBHEHWS TPaHCNOPTU-
pyloT B NabopaTopuio B CBMHLOBOM KOHTeliHepe KJ1-7,0.

4.2.2. O6paboTka 06pasLoB KpeMHMA M 06pasLoB CpaBHeHWs noc-
ne obnyyeHus

MeHan ¢ 06/y4YeHHbIMM 06pa3LamMn 1 obpasyamMm CpaBHEHWUS MOMe-
LLAt0T B 3alMTHbIN BOKc. Yepes 6 fHeil 06pasLbl M3BNEKAKOT U3 altoMU-
HWEBbLIX MaKeTOB, NMOMELIAIT KaX[blii U3 HWX B CTakaH BMECTUMOCTbIO
50—100 cm5 H TpyAbl M0 5 MMH 06pabaTbiBalOT  YETbIPEXX/IOPHCTHIM
YrNeposoM NpU KunsveHWn, [o6aBNAA nocne Kaxgol onepauuu no 10—
15 cm3 peakTrBa. 3aTeM 06pasLbl MPOMbIBAKOT TPYXKAbI FOPSYMM aueTo-
HOM, CMMPTOM H MEPEHOCHT B YalKy u3 droponnacta. K o6pasyy go-
6aBnsat0T 10—15 cM3 CBEXEMNPUrOTOB/IEHHON CMecu (HTOPMCTOBOAOPOA-
HO H a30THOM KWCMOT B COOTHOLIEHMM 1:5 1 TpuXXAbl KaxAablii pa3 B
TeueHne 20 ¢ (6e3 HarpeBaHus) MPOTPaBAMBAIOT €e MOBEPXHOCTb, Me-
HAS CMeCb M NpOMbIBas Npoby AMCTUNNMPOBaHHOW BOLOW Mocne Kax-
[oli onepauumn TpasneHms. OTHOLIEHWe TBEPAOW U XUAKOW (a3 JO/MKHO
cocTaBnATb oT 1870 ‘Ao

Mocne okoHYaHWs TpasneHUs obpasel, NPOMbIBAIOT CMIMPTOM, BbICY-
LUIMBAIOT MEXAY NMcTaMu (uAbTPOBa/IbHOM Gymaru, B3BELUMBAIOT Ha
aHa/IMTUYECKNX Becax, MOMELLAoT B NakeT U3 NONITUIEHOBOM M/EHKM,
NakeT MapKvpylrT W HanpasaslT Ha W3MepeHWe akTUBHOCTM.

43. TlpoBefeHMe aHanusa

43.1. V3mepeHue aKTMBHOCTU

Mepeg n3MepeHremM akTMBHOCTW 06pa3L,0B MPOBEPAIOT NPaBUIbHOCTb
paboTbl CUETHOW YCTaHOBKM OT ceTw. [py MpaBunbHON paboTe CYeTHOI
YCTaHOBKM YKC/IO VMMMY/IbCOB, 3apermcTpPMpOBaHHbIX 3/1eKTpoMexaHuye-
CKUM CYETUMKOM 3a 64 ¢, JO/MKHO ObiTb paBHO 50.
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CueTHyI0 YCTaHOBKY NPOBEPSAIOT Ha CTabunbHOCTL paboTbl C MOMO-
LK UCTOYHMKA GeTa-u3nyyeHms Tannmna-204 mnam kobanbta-60, M3me-
pAs UX aKTUBHOCTb. [l/151 3TOr0 MOA/MOXKY C UCTOYHUKOM GeTa-usnyye-
HusA (K06anbT-60) NomeLLaroT B TPETWIN Na3 3Taxepkn (Homep nasa oT-
CYMATBLIBAKOT BHM3 OT [ETEKTOpa) W U3MePSAT ero akKTMBHOCTb ABaX[bl
Kbl pa3 B TeyeHWe 3—5 MUH. MoKasaHMs 371eKTPOMEXaHUYeCcKOro
CYeTUMKa JO/MKHbI COCTaBAATb 250—270 MMN/MUH.

Uepe3 6 AvieH NOA/MIOXKKY C aHanvM3MpyeMbiM 06pasLoM MNOMeLaroT
B YETBEPTbIN Ma3 aTAXEPKN M U3MEPSAIOT aKTUBHOCTbL 06pasLia, nonyyas
[Ba pesy/bTara n3mepeHuii 6e3 unbTpa 1 aBa ¢ GUALTPOM K3 antoMu-
HUS ToNWMHOW 0.22 r/cM2, MoMeLas ero B TPETUIA Na3 STAXKEPKN MeXAy
[leTEKTOPOM U aHanu3mpyeMmbiM 06pa3HoM (HOMep Mnasa OTCUUTLIBAKOT
BHM3 OT feTekTopa). CpeaHee apuMETUYECKOE [BYX W3MEPEHUN C
unbTpoM (Mnm 6e3 runbTpa) LOMKHO COCTaBnATb He MeHee 1000 umn.
OO6LLee BpeMsi MOMYyYeHWUs pPe3y/bTaTOB BCEX YETbIPEX W3MEPEHWI Co-
ctasnfetr 5—30 MHW. pn 3TOM M3MepsemMas akTUBHOCTb aHanunsupye-
MOro obpasua cesi3aHa, rnaBHbIM 06pa3oMm, C pacnagoM pagvomsoTona
thocopa-32 (nepmog nonypacnaga 14,3 gHdA). MNopobHbie n3mMepeHus
MOBTOPAIOT 3—5 pa3 C WHTEpBa/lOM BPEMEHWU MeXAY HUMU 2—3 [HA.
B Havane nepeg n3mepeHMeM aKTMBHOCTWM 06pasLioB W B KOHLE rocne
M3MEPEHNs aKTUBHOCTU M3MepatoT 6e3 unbTpa oH 3—b5 pa3 B Teye-
Hve 1 MuH, noMellas MoAfoXKy 6e3 obpasya B 4YeTBEpPTbIA Ma3 3Ta-
Xepku. CpefHee apugmeTMyecKoe pe3ynbTaTOB M3MepeHWin  hoHa
(MMN/MWH) BbIYMTAIOT U3 PE3ynbTaTOB M3MepeHMin obpasLia.

Cpasy e nocnie n3MepeHns akKTMBHOCTU obpasua (Mnn nepes HUM)
M3MepSA0T aKTUBHOCTb 00pa3LoB cpaBHeHMs. O6paslibl CPaBHEHUS T0-
TOBAT M3 06/1y4eHHOro KpacHoro docdgopa cnegytowyMm ob6pasom: Ha-
Becky ocpopa maccoit 1-10~4 r momewlardT B CTakaH BMECTMMOCTbIO
50—100 cm3, 406aBNAT KOHLUEHTPUPOBAHHYHO a30THYHO KMCNOTY U pac-
TBOPAKOT NpU HarpesaHum. Mocne NofHOro pacteopeHus docgopa u 0X-
NaXAeHns pacTBopa A0 KOMHATHOW TemnepaTypbl pacTBOp MepeHocAT B
MepHY0 Konby BMecTMOCTbi0 100 cM3 1 [JOBOAAT KOHLEHTPUPOBAHHOM
KVCNOTON [0 METKW; pacTBop nepemelunBaroT. Mo 0,5 cM3 3Toro pact-
BOpa HakarbiBaloT B TPW Yalleyku W3 qToponnacta auamerpom 20—
22 MM, BbICYLIMBAKOT M0f MH(pakpacHoi namnoin VIC-1 n 3akpbiBatoT
MOSIM3TUNEHOBOW MAEHKOW. AKTUBHOCTb 06Pa3LL0B CPaBHEHNS N3MEPSAIOT
B @Ha/I0rMYHbIX C NPpo6amMmn reoOMeTPUYECKMNX YCIIOBUSX.

4. O6paboTka pe3ynbTaToB

441, Maccosyto gonto ocpopa (X) B aHanMsmpyemom obpasie
B MPOLEHTaX BbIYUCAAOT MO (hopmyne
A &Innep->K-100
noCp.cp. '+

roe n9p v n1lgKp — aKTMBHOCTL paguounsoTona pocopa-32 B o0bpas-
Lle KpemMHUsA ¥ B 06pasle CpaBHEHUS COOTBETCT-
BEHHO. UMIM/MWH; .
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mj — macca ocdopa B 06pasLe CpaBHEHWUS, T;
T — Mmacca obpasua, T.

3a pesynbTaTbl aHanu3a NPUHUMAIOT CpefiHee apupMeTUYecKoe ABYX
pe3ynbTaToB NapannefbHbIX ONpeAeneHuni.

4.4.2. Pa3HOCTb 60/bLLUEr0 U MEHbLLErO U3 ABYX Pe3y/nbTaToB napan-
NeNbHbIX ONpPefeNeHnn ¢ [OBEPUTENLHON BeposaTHOCTLHD P =0,95 He gon-
XKHa MpeBbIlLaTh 3HaYeHNs abCOMOTHOrO AOMYCKAEMOro PacXoXAeHus,
npvBefeHHOro B Tabn. 3.

Tabnuuya 3
A6 <*1e
ViSRS
Cl
HO-* 1.0-10—
1-10-* 2,0-10-
2-10— 3.010—*
4.4.3. KOHTpoNb MpaBubHOCTU NPOBOAST, UCMOMb3Ys ANA 3TON Le-

NN UCXOAHbIE UCKYCCTBEHHbIE CMECH.

VcxofHble MCKYCCTBEHHbIE CMECU FOTOBAT Ha OCHOBE BbICOKOMMCTO-
ro KpeMHus, M3MeNbYeHHOro U pacTepToro B araToBOM CTYMKe A0 Mo-
POLLIKOO6BPA3HOro COCTOSHMA, B KOTOPbI BBOAAT (hochop fo6aBneHvem
13 paHee MPUrOTOBMIEHHbIX CTAHAAPTHbLIX PacTBOPOB C KOHLEHTpaumel
toctpopa MO'4 MO'5 nu MO-8 r/cm3. TMopoLwKoobpasHbliA KPEMHWIA
npeLBapuTenbHO NPOBEPSAIOT HEVTPOHHO-aKTUBALMOHHBIM METOLOM Ha
cofepxaHue ocgopa. Maccosas fona gocpopa B NopoLLIKOOOPa3HOM
KPEMHWUM MPU 3TOM [O/KHA ObiTb He 6onee — 2—5-10_7%.

Cwmecb 1: k 10,0 r nopowKoo6pa3HOro KpemHMWs, MOMELLEHHOIO B
araToBylo CTynky, go6asnsaioT 0,1 cm5 pacTBopa, cogepxatiero ¢oc-
op (KoHueHTpauusa gocgopa MO-4 r/cm3). 3ateM nog cnoem cnup-
Ta nepetmparoT cmecb 2,5—3,0 4 1 BbICYLUMBAIOT CMeCb Mo MHGpa-
KpPacHOI nammnoii J0 MOCTOSIHHOW MacChl.

MaccoBas gonsi gocchopa B cMecu 1 coctaBnset 1-10“*%.

Cmecb 20 K 10,0 r mopowkoobpasHOro  kpemHus  fo6aBnsloT
0,1 cm3 pacTBopa, cofepxallero gocgop (KoHUeHTpauma octopa
MO-5 r/cm3 H, 3aTem, BbIMOMHAOT onepauuu, MpuBefeHHbIe  MNpu
NpUroTos/ieHun cmecn 1

.MaccoBas gons ocopa B cMecu cocTasnsetr MO-5 %.

Cmecb 3: K 10.0 r nopowwkoo6pasHOro  KpemHusi  fo6aBnstoT
0.01 cm3 pacTBopa, copepxauiero goctop (KOHUeHTpaums ocdopa
MO-5 r/cm3) wu, 3aTeM, BbIMOMHAIOT OMepauuun, NpUBeAeHHbIE  MpU
MpUroToB/eHUN cmecu 1

MaccoBas gonsa ¢ocopa B cmecu coctasnser MO"* %.

Cmecb 4: K 10.0 r nOpOLWKOOGPA3HOrO KPeMHMs  [06aBAsAOT
0,02 cm3, pacTtBopa, cogepxallero tochop (KoHUeHTpauus docgopa
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1-10-* r/cmb5), 1, 3aTeM, BbINOMHAIOT onepauuu, NPUBEAEHHbIE MPU NpK-
roToBneHun cmecn 1.

MaccoBas pona ¢ocdopa B cMecu cocTasnset 2-10—%.

M3 KaX[O MpUroTOB/IEHHOW WCXOLHOW WCKYCCTBEHHOW CMecu OT-
6upatoT aBe HaBecku no 2,0 r u aHanm3upytoT no n. 4.3.1. Ana docdo-
pa nony4yarT pesynbTaT aHanusa Kak cpefHee apudmeTnyeckoe ABYX
pe3ynbTaToB MapasfiefibHbIX OMNPefeneHuid, BbIMO/HEHHbIX C (PUILTPOM
M3 aNlOMUHUA. AHANU3 CUMTAeTCA MPaBW/bHLIM, €CN HalaeHHOoe Mpu
3TOM 3HayeHue MaccoBoi Aonn ocdopa B MCXOAHBLIX WCKYCCTBEHHbIX
CMecAX HaxoAuTcs B Mpefenax:
1-10-*+6.9-10-e %

CveceM | ...

CmecbNt 2 1-10-*+ 1.4-10-®%
CmecbNe 3 MO-*+£2.810-r<b
Cwmecb.’A 4 2-10-145,6-10-* %.
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M3meHeHne Ne 1 TOCT 26239.3—84 KpemHWin nonynpoBOAHWUKOBLIA, WUCXOAHbIE MPO-
LYKTbl N5 ero noaydveHna s KesapL. MeToabl onpegeneHuns docgopa

YTBepXAeHO W BBefeHO B feiicTBue [MocTaHOBMeHWEM [OCYAapCTBEHHOIO KOMMUTETa
CCCP no ynpaBneHW0 KayeCTBOM MPOAYKUMM U cTaHfapTam oT 26.06.90 No 1847

[arta BeefgeHna 01.01.91

MyHKT 2.1. OAMHHALUATHLIA, ABeHafuaTblii ab3albl W3N0XKUTbL B HOBOW pefakuuu:
«ABTOKNaB aHanutnyecknin C 3103 B COOTBETCTBMM C YEPTEXOM MPUIOXKEHUA C peak-
LUMOHHbIMK CTakaHamu 13 htoponnacta BMecTumocTbto 2 1 30 cm3 nnm C 3551 ¢ Kame-
poii ana  KoHueHTpupoBaHumss C 3552 B COOTBETCTBUM C MpunoxkeHnem K FOCT
26239.1—84 vnn aHanornyHblii. Mpu paboTe ¢ aBTOKIaBamy CneayeT CTPOro cobnraaThb
npuiaraeMyro K Hemy WMHCTPYKUMIO MO 3KCrayaTaumu.

Wkad cywmnbHbIiA, obecneunsatolinii Temnepatypy Harpesa 250 C»;

3amMeHUTbL cebliku: TOCT 11125—78 Ha TOCT 11125—84, IOCT 36—78 Ha TY
6-09-5384—88.

MyHKT 2.2.2 fononHuTb absauamun: «ns npobonoaroToBKU HECKOMbKUX HaBECOK
Oél_;preMGHHO _B €QVMHOM TrepMeTUYHO 3aMKHYTOM 06beMe MPUMEHSIOT aBToknas C
3551 ¢ Kamepoun gna KoHueHTpupoBaHus C 3552.

B kamepy Ans KOHLEHTpMpoBaHus BAMBalT 35 cM3 (HOTOPUCTOBOLOPOAHOW  H
5 cM3 a30THOWM KWCNOT. B Tpu peakuMOHHble (DTOPOMNIACcTOBble eMKOCTV MOMELLAOT Ha-
BeCKM npobbl mMaccoin 0,25 r, NpubaBnalT K KaXJ0i HaBecke Mo ABe Kaniau pacTeopa
MapraHLoBOKM1CNOro Kanms u no 0,5 cM3 PTopncToBOAOPOAHON KMUCNOThl. Kamepy ans
KOHLEHTPUPOBaHUA 3aKPbIBAKOT KPLILIKOWA C PacnofioXXeHHbIM Ha Heli fepxartefiem pe-
aKUMOHHbIX €eMKOCTeil. Kamepy repmeTusvpytoT B MET/I/IMYECKOM KOpMyce aHanuTu-
YECKOro aBTOKMaBa. ABTOK/aB MOMELLAOT B NpeABapUTEIbHO HarpeTblil  CYLUWbHBbIN
WwKad v BblgepxusatoT npu Temnepatype 180°C B TeueHWe 2 Y, BbIHUMAKOT W3 CY-
LUMNBHOIO LWKaa M OXNaXAatoT NPy NMOMOLLM BEHTUNIATOPA WM [OHHOIO XO/I04UNb-
HMKa A0 KOMHATHOI Temnepatypbl. ABTOK/aB OTKPbIBAKOT, BbIHWMAKOT Kamepy W Npo-
TUPAKOT ee CHapy>uW BaTHbIM TaMMOHOM, CMOYeHHbIM cnupToM. Cyxoli ocTaTok, nony,
UeHHbIi BO (PTOPOMNACTOBOM PEeaKLMOHHOM eMKOCTW, pacTBOpstOT B 1,5 M3 KOHLEHT-
PUPOBAHHOIM CONAHON KWUCNOTbl U 3,5 cM3 BOAbl, PacTBOP MEPEHOCAT B AEUTENbHYHO
BOPOHKY. [anee nNpoBoAAT aHa/iu3, Kak yKasaHo B n. 2.2.3.1».

MyHkt 3.1. 3ameHuTb ccbinky W cnosa: OCT 11125—78 Ha [OCT 11125—84,
«PactBop A» Ha «PacTBop 3anacHoi» (2 pasa), «PacTBop B» Ha «PacTBop pabouunii».

MyHkT 3.2.1. Vcknounte 0603HadeHus: A, b.

MyHKT 3.3 U3NOXWUTb B HOBOW pefaKLuu:

«33. lMpoBefeHne aHanmsa

3.3.1. PacTBopeHue Npobbl XNOPUL0B KPEMHMS

HaBecky maccoii 20 r TpuxnopcunaHa (15 cm3) wam TeTpaxiopupa  KpPeMHUS
(13 cm3) nomellaroT BO (hTOpONNAcToBbIli CTakaH aBTOKnaBa C 3294 BMeCTMMOCTbHO
30 cm3 cTakaH C Mpo6oi onyckalT B CTakaH BMeCTMMOCTbI0 250 cM3 copepyKalluii
25 cM3 pTOPUCTOBOAOPOAHON KMCNoThbl, 15 cm3 Bogbl M 1 cM3 a30THOM KMUCAOTbI. AB-
TOKNAaB 3aKpblBatOT, MEPEBEPTLIBAIOT Y MOMELLAT B XONoAubHUK. Yepe3 30 MHSA
pacTBop MNpobbl U3 peakuMOHHOro CTakaHa aBTOKNaBa MePeHOCAT B CTEKIOYINepPOLHbIi
TUTeNb.

BMeCTO aBTOK/M1aBHOrO PAaCTBOPEHUA XNOPWUAOB KPEMHUS [OMYCKaeTcsa WCNOoNb30-
BaHWe pacTBOPEHWUS B OTKPbLITOM CUCTEME MpU onpedeneHun docgopa o1 2¥10—7 %
macc: 7 cm3 Bofbl M 1 cM3 a30THOW KUCMOThbl MOMELLAIOT B CTEKIOYrepoaHblli TUrenb
N OXNaXAarT Cyxum nbaoMm, 3aTem 10 r TpuxnopcunaHa (7,5 cm3d wnm TeTpaxnopuia
KpemHua (6,5 cM3 OCTOPOXXHO BAMBAKOT B BOAY MNPV MepemMellvBaHuW. [locne OKOH-
YaHMA peakuun cofepKuMoe TUris pacteopsloT B 10 cM3 )TOPMCTOBOAOPOAHON KKMC-
NOThI.

Mocne pacTBOPEHWSt HABECKW MPOObl COAEPXXMMOE CTEK/I0Yr/IepogHOro TUrNsa yna-
pvBalOT BHayane Ha NAWTKe, a 3aTeM Ha BOAAHOW GaHe fJocyxa.

3.3.2. PacTBopeHne npobbl ABYOKUCKU KpPeMHMSI (CMHTETMUYECKOTO KBapLa)

HaBecky Maccoii 5 r momeljaloT B PeakUMOHHbIA CTakaH BMeCTMMOCTbO 70 cu8
aBToknaea M 1G7, BnuBaoT 20 cM3 (hTOPMCTOBOAOPOAHON M 1 cM3 a30THOW KWCNOT,
CTakaH 3aKpblBalOT KPbILKOA M NOMELLA0T B aHanuTuyeckuii aBToknas M 167. 3a-
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KpbIBalOT aBTOK/aB, MOMELLAOT B CYLUM/bHBIA LKA U BbIAEPXMBAKOT B TeueHne 2—34
npy 180—200 °C. 3aTem aBTOK/aB BbIHAMAOT U3 CYLUWIBHOIO LWKagha, OXNaxAaloT
Npy MOMOLUM BEHTUAATOPa WM XonogunbHuka. Yepes 30 MuH pacTBop nNpobbl 13
peakLVOHHOIo CTakaHa aBTOKMaBa MepeHOCAT a CTEKIOYrNepoaHbl Turens W ynapu-
BalOT Jocyxa BHauyasie Ha MAUTKe, a 3aTeM Ha BOAAHON OaHe.

Mpn onpegeneHnn docgopa of MO-6 % macc 1 Bbille A5 PacTBOPEHWUA ABYX
HaBECOK NpOoO6bl Maccoi MO 2 T MCMOMb3YKT aHanuTM4Yeckuii aBToknas C 3551 C Ka-
Mepoii Ana KoHUeHTpupoBaHus C 3552:

B KaMepy [15 KOHLEHTPUpOBaHWs BAMBalOT 35 cM3 (hTOPUCTOBOZOPOLHON U 5 cM3
a30THOW KMCNOT. B aBe peakuumoHHble (DTOPOMAAcTOBble €MKOCTM MOMELLAT HaBECKU
npobbl Maccoli 2 . Bo BCe peakuuoHHble (hTOPOMIAcTOBblEé €MKOCTM NPUGaBASOT MO
2 cM3 (hTOPMCTOBOAOPOAHOM KUCMOTbI M MO ABE Kaniu pacTBopa MapraHLOBOKMC/IONO
Kanus. Kamepy A1 KOHLUEHTPUPOBaHWUA 3aKpbIBalOT KPbLIWKOA C pacrofOXeHHbIM Ha
Heli JepXxaTenem peakUMOHHbIX eMKOCTed. Kamepy repmeTvsvpyroT B METaIIMYecKoM
Kopnyce aBTOK/aBa. ABTOK/IaB MOMELLAIOT a MpeABapuUTeslbHO HarpeThbid CyLUUbHBIN
WKagp M BblAepKMBaAOT npu Temnepatype 180—200 eC 3 TeueHue 2—3 4, BbIHMAOT
M3 CYLUMNBHOIO LWKaa M OXNaKAArT NPY MOMOLWM BEHTUAATOpPA WM [JOHHOMO XO0J0-
OWNbHUKA. ABTOK/IaB OTKPbLIBAOT, BbIHUMAIOT KaMepy, OTKPbIBAOT KPbILLKY, PacTBop
M3 KaxAoN (PTOpPONNacToBOM peakUMOHHOW €MKOCTM MEepPeHOCAT B CTEKNOYTrNepPOAHbIN
TUrenb, ynapuBaloT Ka NAWTKe, a 3aTeM Ha BOAAHOW GaHe focyxa. lMonydyaloT [aBa
KOHLeHTpaTa npobbl 1 [Ba KOHLEHTpaTa KOHTPO/LHOMO OnMbITa.

BMeCTo aBTOKNABHOrO PacTBOPEHWUS CUHTETUYECKOrO KBaplia [0MycKaetcs Wuc-
Mofib30BaHWe pPacTBOPEHWS B OTKPLITOM CUCTeMe NpW onpefeneHun docgopa  OT
MO"* % macc:

2 I TONKOPacTepToil Npobbl MOMELLAKT B CTEKNOYINepOAHbIA TUrenb U pacTBo-
pAlOT Npu HarpeBaHuu 3 20 cm3 (hTOPUCTOBOAOPOAHOM M 1 cm3 a30THOW KMCNOT, Ha-
KpbIB TUreNlb KPbILWKOA. PacTBOp ynapuBalOT Ha 3MEKTPUYECKOW MNAWTKe, a 3aTeM Ha
BOASHON 6aHe pocyxa.

3.3.3. 3KCTpaKuMOHHO-KONOPUMETPUYECKOE onpeenexue docdopa

K cyxum octatkam, nofyyeHHbim no nn. 3.3.1 n 3.3.2 npunavsatoT no 2,61 cm3 Bo-
an a 0,36 cM3 cmecu peakTMBOB. Yepes 3 MWH pacTBOpP MEPeHOCAT B UMAMHAP ANS
KO/opsIMETpUpoBaHus, BBOAAT 0,3 cM3 cMecn AN aKCTparnposaHus monubéaodochop-
HOW TeTeponoNMKNUCAOTBI, LUAUHAP 3aKPbIBalOT MPOOKOW W BCTPAXMBAIOT MNATb pas.

KoHueHTpaumio dqocthopa B 3KCTpakTe Mpobbl OLEHWBAKOT CPaBHEHWEM CO LUKanoii
CTaHZAPTHLIX 3KCTPaKTOB, MPUIOTOB/IEHHBLIX MO Nn. 3.2.1.

[MapannensHO NPOBOASAT KOHTPOSbHBIA OMbIT Ha cofepXaHue ¢octopa B peakTu-
BaxX Yepe3 BCe CTafuW aHanM3a W BBOAAT Ha HEro MonpasKy».

Pasgen 4. MNepBblili ab3al, U3NOXWTb B HOBOWN pefakuun: «MeTof OCHOBaH Ha 06-
NYYEeHUN aHaM3MpyeMbiX 00pasLoB M 00pa3LoB  CPaBHEHWS MOTOKOM  HEMTPOHOB
1,2-HO13 HeliTp/(CM2C) C MOCcNeaytoLMM W3MEPEHNEM aKTUMBHOCTK (ocopa-32 B aHa-
nu3mpyemomM o6pasue 1 obpasue CpaBHeHUs.

JaHHas wmeToguka npuMeHWMa AN onpegeneHms gocdopa B obpasuax Henmru-
pOBaHHOIrO MO/M- M MOHOKPUCTAMYECKOrO KPEMHWUS WM B 06pasuax, ernpoBaHHbIX
thocchopom».

MyHkT 4.1. MNepBblii ab3al. 3ameHUTb 3HadeHue: |—3-1013 HeliTp/(cMr*c) Ha 1—
—45%10,5 HeinTp/(cm*-c);

BTOpOI ab3al, U3N0XUTb B HOBOW pepakuuu: «PaguomeTtp Tuna PPT-20046
M1aCcTMAacCoBbIM CUMHTUANATOPOM TuMa B WM aHanorvuHblid,  npefycMaTprBatoLLm
CBETOBYI0 WMHAWKALUIO»;

TPEeTMiA ab3al, JONOMHWUTL C0BAMMW: WU aHANOTUYHBINY;

3aMeHnTb ccbinkn: TOCT 18300-72 Ha TOCT 18300-87, TOCT 11125—78 Ha
FOCT 11125—84.

MyHKT 4.2.1. Tpetnin ab63aly. 3ameHuTb cnoBa: 1—3-10B HeiTp/(cM2C) B Teue-
Hue 20 4 wm 200 u» Ha «1—4,5-K0B HeidTp/(cmM2c) B TedeHne 1 4 wm 10 u».

MyHkT 4.3.1. MepBbIi ab3al, M3NOXWUTL B HOBOW pefakummn: «[lpaBuabHOCTL pabo-
Tbl paguometpa P®T-20046 npoBepstOT COMAaCHO MPUAAraeMoin WHCTPYKLMUY,

BTOpO/ ab63al,. 3aMeHUTb cfioBa: «CUETHYK YCTaHOBKY» Ha «PafuomeTp»; uc-
KMouMTbL cnoBa: «[l1oKasaHWA 3/1EKTPOMEXaHWYECKOro CYeTYmKa [OSIKHbI COCTaBNATb

250—270 uMnN/MUH»;
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TPeTWii ab3al. 3aMeHWTb CM0BO: «Pafuon30TONa» Ha «PagvoHyKNnaa»;

yeTBEpTbIA ab3al nocne cnoB «auvameTpoMm 20—22 Mbl» AONOMHWUTL CAOBaMU: «B
KOTOpble NpeABapuUTeNbHO MOMELLEH WM3MENbYEHHBIA KPeMHUIA (TONLMHA CNosi KpemBss
*«OTBETCTBYET TO/ILLMHE aHa/M3Mpyemoro obpasua)*.

MyHkT 4.4.1. ®opmyna. OKCnavkauuma. 3aMeHUTb CMAOBO: «pajuous3oTona*  Ha
«pafuoHyKnaa».

CTaHAapT AOMOMHUTL UPUIOXKENNEM:
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OpHokamepHbIii aBToknas C 3103

1 _ Kopnyc aBTOKfaBa-. 2 — peakLWOHHas eMKOCTb;

$ — KpblllKa PEBKLMCHHCM eMKOCTU; 4 — KpblllKa

Kopryca aBTOKNaBa, 5 — 3&ICpHOe YCTPOICTBO;
6 — HaTAXXHasA ranka».

(MYC Ne 10 1990 r.)
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