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FTOCYAOAPCTBEHHDBDN CTAHIOAPT COXO3A CCP
o

BEILECTBA OCOBO YHCTHIE

KoHueHTpHPOBAHHE MHKXpPONpPUMece

METONOM YnapHBaHHS rOCT 27565—87
Superpure substances. (CT C3B 5769—86)

Conceniration of microimpurities
by evaporation

OKCTY 2609

Jara seenenns c 01.07.88

Hecob6ntogenne craupapra mpeciaexyercs No 3aKoHy

Hacrosiuui cTaHIAapT pacnpoCTpaHAeTcsa Ha XHAKHe 0Cco60 UHC-
Thieé BEIIEeCTBA H YCTAaHABJIHBAET METOJA YMNapHBAHUA NN KOHIEHTPH-
POBaHUAg MUKPONDHMECEH 3JEeMEHTOB C MAacCCOBOW JOJiell KaXaoro
3jeMeHTa B npobe < 5:10-° 0% ¢ meaplo UX NOCJEAVIOUIEro aHaJHTH-
YECKOro ofipefe/ieHust.

[IpumeHseMblit cnoco6 moAroToBKH Mpo6bl A1 ynapuBaHHA H 00b-
€M npoObl, NOABEpPraloIercss YyNapHBaHHIO, AOJIXKHBI COOTBETCTBOBATh
YKAa3aHHbBIM B HODMATHBHO-TEXHHYECKOH JOKYMEHTAllHH Ha KOHKpEeT-

HOe oco00 UHCTOE BeIIeCTRO.

1. OBIUUE TNTOJO)XEHHS

1.1. Ilpn nmpoBeneHHH ucnbITAHHN NOJNXKHB ObITh COBJIOAEHB Tpe-
6osanusa ['OCT 27025—86.

1.2. ¥napuBanue NPOBOJAT NPH YCJOBHAX, COOTBETCTBYIOILHX KJjac-
cy gucrotrel 100 mo 'OCT 25991—83, a Takxke B JJaMHHApPHBIX GOKcax
HJIH BBITSXKHBIX YCTPOHCTBAX ¢ OTQHUABTPOBAHHBIM BO3AYXOM.

1.3. Ilpn npoBene€HHH ynapHBaHHS CJI€JIYET HCKJIIOYHTb BHECEHHE
HeKOHTDOJIUDYEMbIX 3arpsisHeHuit (HampuMmep, H3 Ja0OpaTOPHOH Mo-
CyAbl, aTMocdephl, 3arpsi3HeHUH, BHOCHMBIX AHAJHTHKOM, PEaKTHBA-
MH H T. 1.).

1.4. Tlocne BBefeHuss mpobGbl B 3aMKHYTYIO CYCTEMY MPH OTCYTCT-
BHH NHJIH (Kaacc 4dctoTel 100) ynapHBaHHe MOXHO MPOBOAHTh B
OOBIYHBIX 1a0OPATOPHBIX YCIOBHAX.

[.5. ¥napuBanue nposoasTt npu temnepatrype Ha [0°C HuxKe TeM-
MepaTypsl KHMEHHS NPoOHl, €CJIH B HOPDMATHBHO-TEXHHUECKOH HOKYMEH-
TAllUK Ha HCHOBITYEMO€ 0CO00 4YHCTOe BelecTBO HET APYrHX YKA3aHHH.

N3nanne oduunanbroe llepenevarka BocnpelieHa
© HspgatenbcTBO craHgaptoB, 1988
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B koHue npouecca ymapuBaHHs cjaenyeT usberaThb neperpeBa, OT-
peryJHpoBaB CKOPOCTb ynapHBaHUsA TakuM obOpa3om, 4yToObl 3a OJHH
yac ucnapunoce o—10 c¢m3 npoobHi.

JJs1 yayuuleHHs npouecca ynapHBaHHS AONyCKaeTcs MPONYCKAaTh
yepe3 COCyd HaJk NOBEPXHOCTbIO ynapHBaeMoOH NpoOBl NMOTOK BO31yXa
HJIH a30Ta.

1.6. Bce cocyabi, KOHTakTHPYIOILHE ¢ NMPOGOH, NOMKHB OBITh H3rO-
TOBJIEHBl U3 KBapIEeBOTO CTEKJa, NOJUMEPHOTr0 MaTepHaja HiIH CTEeKJO-
yrjepoaa.

2. ATINIAPATYPA, PEAKTHBbB! H PACTBOPDI

bokc JaMuHapHBIA C OTCOCOM HJH BBITSXKHOE YCTPOKCTBO C OT-
(HJIBTPOBAHHBIM BO3AYXOM (KJaacc yuctoThl 100).

IlmuTka ssekTpuueckas JAw06Oro THnNa ¢ IJaBHOH PEryJHPOBKOH
TeMIepaTyphl.

TepMmocrar awboro THna.
LlnauHAp MepHBI M3 KBAapLEBOro CTEK/JAa HJH MOJHMEpPHOro Mare-

pHaJa.

Turau no F'OCT 19908—80 wiam M3 noJuMepHOro MarepHaJa.

Crakannl xHMuueckde nmo I'OCT 19908—80 uaum M3 NOJHMEPHOrO
MarepHasna.

YHamku nmo 'OCT 19908—80 uau H3 MoJHMEpHOro MaTepHana.

Kon6a neperoutas no FOCT 19908—80.

Bopouka no I'OCT 19908—80 unu u3 nosmumMepHOro MarepHaJja.

Boga no 'OCT 6709—72 aBaxkabl AUCTUAJHPOBAHHAA B annapary-
pe H3 KBApIEBOro CTEKJa HJAH AE€HOHH3HPOBAHHAS H JOMOJHUTENAbLHO
OTQHUAbTPOBaHHAs yepe3 MeMOpaHHBIH (HUJABTP C pasMepoMm Iop
0,2 MKM 0pu cOOJIIOAEHHH YCJOBHH, HCKJIOUAIOIIUX KOHTAKT C MeTraJ-
JaMH. XDaHAT B COCYAAaX H3 KBAPUEBOro CTEKJAa HJIH INOJHMEPHOTO
marepuaJnaa. Ilepenx ynorpebaenueM BOAY cJeayeT MPOBEPUTb HaA CO-
JepXaHue onpenessieMblXx MPpHMeEcCed B COOTBETCTBHH C HOPMAaTHBHO-
TeXHUUECKOH AOKYMEHTAalHEeH Ha HCnbITyeMoe 0co00 UHCTOE BEIIEeCTBO.

AMMouns Aus3THAAHMTHOKaAp6aMaT, pacTBOp € MacCoBOH JAOJeH
0,05 %.

Kucaora asornag no 'OCT 4461—77, x. u., pacTBOp KOHUEHTpPa-
uun ¢ (HNOj3) =6 mouab/ams3,

Kucnora ceprag no I'OCT 4204—77, X. 4., KOHUEHTPHPOBaHHAA.

Kucnora consnast no 'OCT 3118—77, X. 4., pacTBOp C MacCOBOH
goaei 25 9.

Kucaora ykcycaasa no 'OCT 61—75, x. 4., pacTBop ¢ MaccoBOH
poJger 10 D/U.

Harpug rugpokcup no I'OCT 4328—77, x. 4., pacTBOp C MacCo-

Bod poJsen 10 Y%.
Aszor no T'OCT 9293—74, ra3oo6pa3Hbif, CXKAaThlf, OTQHABTPOBAH-

HBIH.



roct 27565—87 C. 3

Bo3nyx cikatblii AJ NHTAHUA KOHTDPOJBHO-H3MEPHUTENBbHBIX NPHOO-
POB.
Honyckaercss npuMeHeHye UMNOPTHOH amnaparypbl No KJjaccy Tou-
HOCTH, 1a0opaTopHON MOCYAB H PEAKTHBOB, NO KayecTBY He yCTyna-

WIIHX OTCUECTBECHHDIM.

3. NOATOTOBKA K KOHUEHTPHPOBAHHIO

3.1. HapyxHyi0 NnoBepXHOCTb COCyAa, H3 KOTOpPOro oOTOGHpaercs
npoba AJsT KOHUEHTPHPOBAHHS MHKPONDHMECEH, CJeAyeT OYHCTHTDL OT
BIJIK B NMOTOKEe OTQHJIBTPOBAHHOrO BO3JyXa B JJAMHHApHOM OOKCe HJH
BBHITSXKHOM YCTPOHMCTBe C OTGHJIbTPOBAHHBIM Bo3ayxoMm. [as orbopa
NpoOHl CJeyeT OTKPBITh KPHILIKY cocyAa ¢ npobolt B yCJAOBHAX, CO-
OTBETCTBYIOIIMX KJaccy yucToTel 100, H nepeHectH npoly B UYHCTHIN
cocyAd. HMcnonbsyemass mMepHas nocyjna gosxkHa Obith ob6paboraHa H
NIPOBEpPEHA HA YHUCTOTY B COOTBETCTBHH C 1. 3.2.

3.2. Ilepen ucnosipzoBanneM HOBOH J1abOpaTOpHOH NOCYAB! CJEAY-
eT 0O0paborarb €e pacTBOPOM AHITHAAHTHOKapbaMmMara aMMOHHA (TeM-
neparypoit 20—25°C) u npoMHTH BOAOH. 3aTeM HOCYAY He0OXOAHMO
o6paboraTh pacTBOPOM COJIAHOH KHCJOTHI, NPOMBITb OOJBIIHM KOJIH-
yeCcTBOM BOJAB HJH 00paboTaTph napaMu a30THOH KHCJOTH B CIIEUHaJb-
HOH anmaparype, a 3aTeM mapamMu BOAbL. DBy B ynorpebjeHHH
nocyAy AocTaToyHo oOpaboTarTh pacTBOPOM COJISHOH KHCJAOTHL H INPO-
MbITh BOJLOH.

Uhctoty n1a60opaTopHOH MOCYABl MPOBEPSAIOT OYTEM AHAJHU3a HC-
MONb30OBAHHON IJ4 NOCAeNHEeH NPOMBIBKH BoAL. Jlaboparoprast nocy-
Na CUMUTAETCH UYHCTOH, €CJiH MeXAY HCNOJAb3yeMOW AJsi NMPOMBIBKH BO-
n0o¥ B BOJAOH OT rnochaeaHed NMPOMBIBKH HeJb3si YCTAHOBUTb PaA3JAHYUA
B KOHLEHTpailnu saemeHToB. Ilepen ynapuBannem TIOCyAy CJieAyeT

MPOMBITb HCIBITYEMOH NPoHOH.
He cneagyer 6paThCa pyKaMu 3a MOBEPXHOCTH, KOTOpbié OYAYT

KOHTAKTHPOBATh C ynapHBaeMoH npobox.

4, MPOBENEHUE KOHUEHTPHPOBAHHA B OTKPbLITbIX COCYIAX
B IAMHHAPHOM BOKCE

4.1. YnapuBaHue HpPOBOAAT KOCBEHHHIM HarpeBaHHeM IpoOh, NJid
yero COCyx ¢ ymnapuBaeMoH NnpoOOH NMOMEWaloT B 4Yaly C JABOHHBIM
IHOM, KOTOpas cHabxkeHa AByMs natpyOkaMu oA nogady” M OTBOJAA
Kuakoctu. Ilpoumecc ynapuBaHUdg PeryJHpPYIOT NyTEM IMOAAYH Harpe-
TOH MXHAKOCTH H3 TepMocTara. JTOT Cnoco6 NPUMEHAT AJs ynapH-
BAHHUA BellecTs ¢ TeMneparypo#t kunenusi Huxe 100 °C.

4.2. YnapusaHue INpPOBOAAT HENOCPEIACTBEHHBIM HarpeBaHHEM CO-
CyA0B ¢ mpo6oit Ha NIJAHTKEe, KOTOpas A0JXKHa ObITb NMOKPHTa rpagu-
TOBOH MJIACTHHOH HJH ADYTMM COOTBETCTBYIOIIUM MaTepHaJoM (Ha-
NpUMep, KBapLUeBOH MJACTHHOH HJIH CTEKJOTKaHbIO).
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IJist yCKopeHHs npouecca ynapuBaHHS COCYAb ¢ IPoGOH CTaBAT
B yriay0JieHHe rpa@HTOBOH NJAAaCTHHBI TakHM 00pa3oM, 4YTOOHI MeXAy
HarpeBaeMoOH MNOBEPXHOCTHIO IIACTHHHL U JAHOM COCyZa ¢ npobo#t oc-
Tapajcs 3a3op 3—6 MM. BepxHufi kpah rpaHTOBOH NJIACTHHHI J0J-
’K€H ObITh BHILIE YPOBHS ynapHBaeMOH 1poOH.

CxeMa yCTaHOBKH NpHBeJEeHa Ha uepT. .

4 4 4
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WA R AOAABBDGANS A00800 4005 Y3 0 A00AARGH NI
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I—rpacdutTopas DpANACTHHE C IMODH3OHTAJbBHBIM KAaHAJNOM, 2-—3JeKXT-
pHYECKKA HarpeBaTeNb; 3-—IIJGJI,*CT&§;{;| H3 ¢Toponnacra; 4—cocym ¢
po

Yepr. |

5. MPOBEAEHUE KOHUEHTPHPOBAHHA B 3AKPbLITHIX
CHCTEMAX

5.1. ¥napuBaHHe npoBOoAAT B Kamepe I 4epT. 2, B KOTOPYIO IOMe-
AT COCYA ¢ ynapuBaeMod npoOoH 5, 3aKpLIBAIOT KOJIMAKOM 3 H
BKJIOYaIOT HHPpaxkpacHyo Jgamny 4. [Ipounecc ynapuBaHusi peryJs-
pPYIOT H3MeHeHHeM HanpsikeHus Jjamnol. OOpasywuiHecs NPH ynapu-
BAHHHU Mapbl KOHAEHCUPYIOTCA B NPHEMHOIT Konbe 2.

5.2. ¥YnapusaHue npolObl NpOBOJAAT B 3aMKHYTOH CHCTeMe 4epT. 3,
yepe3 KOTOPYIO MPONYCKAIOT MNOAOTPETHH OTPHALTPOBAHHBIH BO3AYX
I a30T. IlyiA yCKOpeHHs npouecca yhnapuBaHHd JAONyCKaeTrcs HO-
MOJIHHTE/NbHOE HarpeBaHHe NPH MOMOLLKM MAHTKH. Eciau Ha CTeHKax
cocyfa !/ 3aMeTHBH NPU3HAKH KOHIAEHCALHH, TO CJAeAyer H3MEHHTb BHI-
cotry HHpakKpacHO#l JiaMnel 4 WJIH NOBBICHTBH pacxon asora. [locse
OTK/JIOUEHHST HHPpPaAKpACHOH JaMOb HeOOXOJAHMO TakKxKe MPEeKpPaTHTh
noaorpeB nogasaemoro azora. llogaBaTe OTPHILTPOBAHHLIA a30T

caelyeT 40 NOJHOro OXJaXAE€HHS CHCTEMBI.
IJTOT cnoco® ymapHBaHHs HNPHMEASIOT OJ BEIIeCTB C HH3KOH

TEeMIepaTypoOH KHIEHHS.

5.3. Ilpo6y ynapuBailor B ycTaHOBKe uepTt. 4, KOTOpPY!0 COOHpaIT
caeAyIOIHM 06pa3oM: B meperoHHo# kKoJibe ¢ NpUTepPTOH NPOOKOH H
60KOBOH HacaAko#l 3akpemyawT TPyOKy 5, 60KoBOH natpyboK COeaH-
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HAIOT ¢ XOJIOAMJBHHKOM 6. Kosa6y yCTaHaBJHBAIOT B aJIOMHHHEBHIf
HarpeBaTeJbHbIH OJIOK, KOTOPHIH JOJIXKEH OhITh YCTPOEH TaKHM 006pa-
30M, YTOOBI ME€XAYy MJHTKOH H JHHIIEM KOJO6H OCTAaBaJCH 3a30p 3—
—6 MM, BepXHHA Kpaft 6JsioKa GblJ BhHIlIe YPOBHS ynapHBaeMOH npo-
Obl, a c6OKY ObLIO OTBEpPCTHE AJS TepMoMerpa 3.

L"'l..-ll')'. 1
__/

I—KaMepa K{NpH HeOOGXOAKMOCTH I—cocyl ¢ aByMSA NatTpyGxkamn: 2—uamxa Jler-
CcHalXeHHan narpyOKoM IAA 1npo- pu; 3—cocyn ¢ npoboi#t; 4—nHdpaxpacHan saammna;
JAYBPAHHR] PasOM): 2—[pHeMRBAS KOJ- S--naTpyO6OK IR NomauH asoTa
6a; 3—Konnax: 4—updpaxpacuan

Jamna; S—cocyn ¢ mpoboh
Yepr. 2 Yepr. 3

4 2 b

fpavvyr .11‘\\ . Q.\\w

I, S

I-naaTka; 2—Rpacajka HarpeBaTeJbHOrO OA0Ka:
d—TepMOMeTp; 4—mneperoHHas KoaGa H3 KBapue-
BOrO CTeékaa ¢ 60KOBBLIM MATPYOKOM; S-—TpyGKa H3
KBapueBoOro crexaa: 6 —XONOAHABHHK, 7-~NPHEM-~
HHK; §8-—Coeanuense ma wWmdax Hau TpyGKa Ha

¢Toponaacra

Yepr. 4
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Bo spemsi mpouecca ynapuBaHus no TpyOkKe & mongaloT asor.

[Ipu HeoOXOAHMOCTH YCTaHOBKA Moxer OBITh H3TOTOBJIEHA H3
¢proponnacra.

5.4. IIpo6y ynapuBaiOT B yCTAHOBKE Y€pPT. O, KOTOPYIO COOHPAIOT
chreaywuium obpasom. B Tpybky / M3 KBapueBoro CTekja BBOAAT
cocyn 4 ¢ ynapuBaemo# mnpoboir. TpyOKy noMemiaior B 3JeKTponeyb
2, cHaOXeHHYI0 PEryJsiTopoM HanpsizKeHHs, WJIH B CTEKJSHHBIA COCY/,
34aMOJIHEHHBIH [IOAOTPETON KHUAKOCThIO, TeMNepaTypa KOTOPOH pPEry-
JHPpyeTCs TepMOCTaToM. TeMmnepaTypy H3MepsIOT ¢ JIOMOLIbIO TePMO-

merpa 4.

I—TpyOKa M3 KBapUEBOO CTeKsa ¢O LIAHPOM; 2~—3JIeKT-
pomeds (HJH CTeRJAHHBIA cOCyd, 3samOaHeRHRIA Noaorpe-
TO XUAKOCTBIO);, J—cCOCyn H3 KPapleBOro CTeKA& ¢ Tpo-

Gofi: 4—repMoMeTp, S—paccoeHsaolee ycTpoficrBo

Uept. 5

Mexay MecTOM nojayd asoTa WJIH BO3AYXa U cOCyaoMm 3 C yna-
pHBaemMo# NMpoOOH NMOMENAIOT pacCeHBaloliee YCTPOHCTBO 5, H3 KBap-
IeBOr0 CTeKJa, moAoGpaHHoe 1o AuaMerpy TPyOKH.

Bo BpeMsa ynapuBaHus uepe3 TpybKy HOponyCKalioT MOAOTPETHIl
OYHIIEHHBIH a30T HJH BO34AyX. CKOpPOCTh MOTOKA HEOOXOJHMO OTpEry-
JHPOBATh TAaKHM 00pa3oM, uTOOH BO BpeMs MOAOrpeBa He MPOHCXOAHU-
JIO KOHAGHCALHH HCMAaPUBIIKHXCS YaCTHIL.

[Ipounecc ymapuBaHusi peryJHpYIOT cJeAYHOUIHM o6pasoM: npH NO-
AOrpeBe TeMmepartrypy ObICTPO NMOBHIUIAIOT NPHOJH3HTEJNBHO A0 TEMIe-
paryps, koropas Ha 40°C HuKe TeMmepaTypbl KHNEHHS YINADHBAEMO-
ro semectBa, [locne 3Toro temmeparypy MOBBHIILAKT CO CKOPOCTHIO
2°C B MUHYTY 10 MOCTHXEHHS TeMnepatrypsl Ha 10°C uuxe Temmepa-
TYPbl KHIDEHHA 1pobOnl. Bo BpeMst yrmapHBaHHs MOALEPXKHBAIOT TeMIIe-
patypy npubausutespHo Ha [10°C HuxKe TeMmnepaTtypbl KHIIEHHS.

[Ipy nOMONAHUTENBHOM MMOAOrpEBE NOCJAE MOJHOTO YAAJEHHS KHJ-
KOH (Da3bl TEMIEpaTrypy MEAJEHHO MOBHIIIAIOT A0 AOCTHXEHHS TeMIIe-
parypnl Ha 70°C Bbille TeMnepaTypbl KUNeHUs npoOHwi.

IlponyKTEH ynapHBaHus KOHIEHCHDPYIOT HJIH COPOHDYIOT CJAenyro-
UM obpasom:
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HepasjaraeMble HCrapslowuecs: BeleCcTBA KOHAEHCHPYIOT MPH NO-
MOILLH HH3KOTEMNepaTypHOH JIOBYLUKH C BO3AYLIHBIM OXJAXICHHEM;

KHcJble ra3sl copOupyloT B pacTtBope THAPOKCHAA HaTpusa C Mac
cosoit poxneit 10 9%;

I11eJJOUHBIe I'a3nl COpOGHPYIOT B pPACTBOpE YKCYCHOH KHCJIOTH C Mac-
copoit goaeu 10 %;

THOKCHX Cepbl COPOHPYIOT B KOHIEHTPHPOBAHHOHK CEpPHOK KHCAOTE.

ST1oT cnocob NpHMEHSIOT AJs ynapHBaHHs arpeCCHBHBIX BELUECTB.

5.5. YnapuBanne NpoBOASIT NOJ BakyyMoM. CxeMa yCTaHOBKHU NpH-
pefleHa Ha yepT. 6. B Kopnyc 2 moMewalT COCYAH € YyNapHBaeMoH.
npo6oii 3, 3aKPHBAIOT KOPNyC KOANAaKOM 4, BKJIOYAIOT BOAOCTPYHHBIH
wacoc 4 HarpeBatesab I. Ilpouecc ynapupaHHsi peryJHpyioT H3MEHEHH-
eM HanpsxeHus Harpeparens. IIpoAyKTH ynapHBaHHA KOHACHCHPYIOT
B XOJOAHJbHHUKE C BO3AYLIHBIM OXJa)AeHHeM. ITOT cnocod NpUMEHHM
AJS yIAPHBAHHA arpecCUBHBIX BEILECTB.

B nensx 6e30macHOCTH YCTAHOBKA A0JXKHa OBITH 3aLUHIIEHA 3Kpa-
HOM C METaJIJTHYeCKOH apMaTypoH.

H Bodo-
CMpyuHoOMY
Hacocy

l—RarpeBaTens MOLLROCTRIO 150W C nA2BHOR  peryanupopxofl; 2—KBapuesuft
gopnyc: 3—cocyn ¢ npotofi; 4—xonamax Ropnyca, 5—NOACTaBKA JJg Halll a3
KBapla; 6—KBaplueBhle HOXKH; 7—TJOCKHH WA, 3aKpeENASHHbIH 3aXKHMOM

Hepr. 6
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