T'OCT 13301—67

MEXTOCYITAPCTBEHHBMMBA CTAHIAPT

OPTAHUYECKUE XUMMYECKHNE
ITPOAYKTBI

MHMKPOMETO/I OITPEJEJTEHUS COIEPXAHHSA A30TA

Hznaaue opuumansuoe

B3 998

HMIIK U3JATE/IBCTBO CTAHIAPTOB
Mocksa


http://www.stroyinf.ru

VIK 661.7.002.62.001.4:006.354 Cpymma JI29

MEXTOCYAAPCTIBEHHLBH CTAHIXAPT

OPTAHHYECKHE XMMHWYECKHWE IIPOAYKTHI

MHuKpoMeTO 1 onpelieNieHEs COAEPRKAHMSA A30TA TOCT
13301—67*

Organic chemical products.
Method of test for

microdetermination of nitrogen

OKCTY 2209

Yreepxaen KomureToM craniapTos, Mep B H3MepHTebHbIX npaGopos npu Cosere Mummcrpos CCCP 24 oxrabps 1967 r.
ata spenennn 01.03.68
Orpannvense cpoka xelicrans casto Ilocranoniennem I'occranaapra ot 28.09.92 Ne 1284

Hacrosiiumit craHmapT pacnpocTpaHAeTC Ha OpraHWYecKye IIPOAYKTHI K YCTAHABIHBAET MUKPOMETOX
OMpEeNleNICHUs] CONEPXKAHUS a30Ta B a30TCOAEPKALIMX OPraHMYECKUX COCAMHEHMSIX.

CylIHOCTE MeToa COCTOMT B M3MEpeHWHM 00beMa a30Ta, BHINEIMBLIETOCS IMPH ITHPOJUTHYECKOM
Pa3NOXEHUM HCCIEAYeMOro BelecTBa B IIPHMCYTCTBMM KaTalnu3aTopa — OKHUCH HHKeNsd, B aTMocdepe
yIJIeKUcIoro rasa mpu teMmeparype (900+50) °C.

Mertoxn npUMEeHUM K COSIUHEHUSIM, COmEpXallMM He MeHee 1 % a3orta.

ToyHoCTs MeTONa HaxoAuTcst B npenenax £0,2 %.

IMpuMeHeHWe MeToA [IPeYCMATPHUBAETCH B CTAHAAPTAX M TEXHHYECKHX YCIIOBHSIX, YCTAHABIUBAIOLIUX
TeXHUYEeCKUe TpeGOBaHUS Ha OpraHMYECKHe XUMUIECKHE TIPOXYKTHI.

(UzmenenHas pepaxumsa, FAam. Ne 1).

1. AITITAPATYPA, PEAKTHBbBI 1 PACTBOPBI

1.1. [Inst orpeneneHusi COOEPXaHUS OPraHMYeCKH CBS3aHHOIO a30Ta MTPHMEHSIOTCS:

yCTaHOBKA IS OlIpenesieHusT a30Ta (CM. IIpWwioxeHue 1);

anmapar 2000 (anmapar Kunma) o T'OCT 25336—382;

MUKpoBecs! Tuna BM-20;

CUTO AIIOMHUHHEBOE C OTBEPCTUSAMU TUAMETPOM 2 MM,

cerka o T'OCT 6613—86, Ne 025;

6iokca tuna CH o 'OCT 25336—82;

wkad cyunnpHel naboparopusbiit Ha 150 °C;

neys MydensHas Ha 1000 °C;

okuch HUKens o 'OCT 4331—78;

KA THAPAT OKMcH (Kauu enxoe), 50 %-Hblil BOOHBIN pacTBop;

pryte 110 T'OCT 4658—73;

napaduH nmo F'OCT 23683—89;

caxaposa o I'OCT 5833—75;

yIAeKUCIBIHN ra3 cxkennsnt mo FOCT 8050—85 wiu mByoxuch yriepona TBepAasi, MOMyuYeHHas U3
CXMXEHHOTO YIJIEKHCIIOTO Ta3a;

Maruuit cepHokucnsit o T'OCT 4523—77, 15 %-HELit BOXHBIN pacTBOD;

xucnora ykeycuasi o NOCT 61—75, 3 %-Hbli pacTBop;

Bona auctwuiMpoBaydas mo FOCT 6709—72;

Hznanne opuunammioe IlepeneyaTka Bocmpemena
* ITepeusdanue (gegpany 1999 2.) ¢ Hamenenuem Ne 1, ymeepxcOennvim 6 Hosbpe 1976 . (HYC 12—76).
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KaTaJIM3aTOP-OKUCIATE/ b FPaAHYIMPOBAHHBIN; FOTOBAT CICAYIONMM 06pa3oM: OKHCh HUKES CMELIH-
BaIOT C 15 %-HBEIM PacTBOPOM CEPHOKHCIOIO MArHus B COOTHOLIEHMM 4:1 N0 MOJydeHUS TYCTOM TIACTHI.
[TacTy HaHOCAT HAa CHTO TOHKHMM C/IOEM TaK, YTOOBI 3allONHWIMCH Bce OTBepcTHs cuTa. CHTO BMecCTe ¢
nacToil moMewaloT Ha GyMary B CyUnwIbHBIN mKad u roacymmsaior okoxo 1 9 npu 100—110 °C, mocne
4ero IrpaHyJsl JEIKMM MOCTYKMBaHHEM OTAENSIOT OT CUTA M IIPOKAMMBAIOT B MYy(eNbHOM MeYH B TEYCHHE
6 4 mpu 900—1000 °C.

Ioce oxtaxneHus: rpaHy/Ibl OTCEMBAIOT OT NBUIM HA ceTKe Ne 025, a oT KpyNHBIX KyCKOB — Ha CHTE
C OTBEPCTUSIMHU 2 MM;

OKHCh MEIM B BHIE IPOBOJIOKM — OTPE3KH [UIHHOM 6 MM H HMaMeTpoM | MM; IOATOTABAMBAIOT
cenyioIUM 06pa3oM: MEAHYIO MpPOBOIOKY KunsrsT 15—20 Mua B 3 %-HOM yKCYCHO# KHCHOTe, 3aTeM
MPOMBIBAIOT MUCTWLIMPOBAHHON BOROM IO MCYE3HOBEHHS crierudUYecKoro 3araxa YKCYCHOH KHCIHOTHI,
MoACYNIMBAOT B Tedenue 1 9 B cyunumbHOoM wkady mpu 100—110 °C, npoxanusaioT B MydebHOM nmeuun
okosio 2 1 nipu (800+50) °C u orceusaroT oT IBUIH Ha ceTke Ne 025;

Mellb BOCCTAHOBJIEHHAS ; TOTOBAT CJIEAYIOLIMM 06pa3oM: MPOKANICHHYIO OKHCh MEIH B BUIIE IIPOBOJIOKH
MOMEIIAIOT B KBaplEBYIO TPYOKYy ¢ OGOKOBBIM OTBOHOM, IPOAYBAIOT TPYOKY BOXOPOIOM IO IIOJHOIO
BBITECHEHHS U3 Hee BO3Zyxa. 3aTeM Ha TO MECTO TPYOKH, Ille HAXOAUTCH OKMCh MENH, HAIBMIAIOT NeYb,
HarpeTyio 1o 500 °C, He mpeKpauias mogayy BoXopoJa, IoKa Bcs Melb He BOCCTAHOBHUTCS U HE IIPHOOpeTeT
XapaxKTepHBIA It Meau 1BeT. CHHMAIOT [1eYb U JAIOT MEIHM OCTHITh B TOKE BOAOPOAA. 3aTeM IEpEeHOCST
TPYOKY K MCTOYHMKY ABYOKMCH YT/IepoAa, NMpOXYBAIOT UM TPYOKy B TeueHHe 20—30 MUH M TTepechIialoT
Melb B 0aHKY C pe3HHOBOM npo6Koit.

(M3venennas penasmas, Mam. Ne 1).

2. IIOATOTOBKA K UCIIBITAHHIO

2.1. IlonaroroBka ycTaHOBKM IJIA OIpPEHE/ICHUS COXCPXAHMSA OPraHWYECKH CBSI3AHHOIO asoTa (CM.
IIpWwIoXeHue 1).

22. IllonroToBKa HaBeCOK

2.2.1. HcusiTyemMoe BellecTBO B 3—7 MT (B 3aBUCMMOCTH OT IIPEAIIONAaracMoro COAEpXaHUsA a3o0Ta)
B3BELIMBAIOT ¢ TOYHOCTHIO 10 0,002 Mr. IIpy COXKEHHH BElIeC1B, COXEPXAIMX HUTPOTPYIITEI, K HABECKe
Jo6aBASIOT napaduH WM caxapo3y B KOJIMYECTBE OKOJIO 5 MT.

2.2.2. Teepnoe BewUIECTBO BHOCAT B MPOOHPKY U3 KBAapLEBOTO CTEK/Ia MUKPOILIIIATENEM.

2.2.3. Tsepmoe rUrpOCKONMYECKOE BEILECTBO B3BEILUBAIOT B IMpoOHMpKe M3 KBAPLEBOIO CTEKJa C
ipUTepTO# NpOGKOIL.

2.2.4. Henery4y1o XuIKOCTh IIOMEUIAIOT B MPOGKPKY ¥3 KBAPLIEBOIO CTEKJIA CTEKJISTHHBIM KanmWwuisi-
poM.

2.2.5. Jletyuyro XHMIOKOCTb OTOHpAIOT B TOJICTOCTEHHBI KBapUEBBIH KAamwuidp, B3BELUMBAIOT U
[TOMEIAIOT OTKPHITHIM KOHLIOM B MPOOHMPKY M3 KBapLIEBOrO CTeKna AJMHOM 90 MM, Ha OHE KOTOpOi
NpeJBapUTEIbHO MMOMELIEHO HeBGOoNbUIoe KOMMYECTBO OKHMCH HMKEN, NPH TOM KOHel KamWwuldpa He
JOJDXEH BBICTYTIATh U3 IIPOOUPKH.

23. IIOZTOTOBKAa K COXXEHHIO

2.3.1. TIpo6upKy 9 c UCIBITYEMBIM BEILIECTBOM 3aCBIIAIOT Ha 3/, 06bEMa OKHCHIO HUKEIIS M TOMELLAI0T
B IIUPOKYIO YaCTh TPYOKH IS COXKEHMSA 10 OTKPBITHIM KOHIIOM B CTOPOHY HAIOJHUTENSI HA PACCTOSIHUM
nmpuMepHo 60 MM oT Hero. TpyOKy JUIS COXOKEHHS 3aKphIBAIOT IIPOGKOH.

OTCOEAMHSIOT OT YCTAHOBKM MHKPOKDAH ¢ MHKpPOA30TOMETPOM (CM. YepTeX), OTKPBIBAIOT KpaH 12 M
NPOITYCKAIOT Yepe3 TPYOKY YIVIEKHMCHBIA ras B TeYeHHE NMPUMEpHO 5 MHMH. IIpucoeauHAIOT K ycTaHOBKE
MHUKPOKpPaH 5 M MMKpPOa30TOMETp, NpeIBAPUTEJBHO CIYCTHB BHH3 PACTBOP €IKOTO KaIW (1A 3TOrO
OTKPBIBAIOT KpaH MHKPOA30TOMETPa 4), ¥, OTKPbIB MUKPOKPAH 5 Ha 2—3 MMH, IIpOAOJIKAIOT IIPONYCKATh
yrrekucasli ras. ITocie aToro MUKpoKpaH 5 3aKphiBaIOT M HANIOJIHAIOT MUKPOA30TOMETp PACTBOPOM EIKOTO
KaJIH.

OTKpBIB OCTOPOXHO MMKPOKpaH J, NMPOJOTKAIOT ITPOIYCKATh YINMEKMCIBIA ras, HoOMBasch TOTO,
4TO6EI MUKPOIY3bIPbKM NOTHUMAJIMCH C IOBEPXHOCTH PTYTH OO BEPXHEH YacTH MHKpPOA30TOMETpa He
6picTpee 94eM Ha OAMH NY3BIpPeK 3a 2 CeK, IOYTH ITOJHOCTHIO MOMNIOINASCH PACTBOPOM LUEJOYH B HYDKHEH
IHAPOKOR YaCTU MUKPOA3OTOMETPA.

2.3.2. 3akpsBaror KpaH 12 ammapata Kurma 1 MUKpOKpaH S MMKpPOa30TOMeTpa M YCTaHABIMBAIOT
npeaBapuTeasHo Harpetyio 1o 800 °C sjekTporopeliky 6 Ha TpyOKy VISl COXXKEHMS B MECTe HallOTHEHUS
€€ OKHMCBIO MeaM 7 M ayieKTporopenky (8a), Harperyio mo 600 °C, B MecTe HanoJHeHHs BOCCTAHOBIEHHO!
MEIBIO Ha BCE BPEMS OITbITa.



rOCT 13301—67.C. 3

Cxema YCTAHOBKH /s ra30MeTPHYECKOro MHKPOOTIC/ICHAS a30Ta
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AnexTporopenaky &, Harperyio 10 900 °C wiu Bbize (B 3aBUCHMOCTH OT TEPMOCTOMKOCTH HCIIBITYEMOTO
BELUECTBA), CTABSIT Ha TPYOKY Ha PACCTOSIHUM ITpHMepHO 60 MM OT 3aKpPBITOr0 KOHLIA IPOGHPKH C HABECKOM.
MuKpoxpaH 5 MPHOTKPBIBAIOT ¥ BEITYCKAIOT W30BITOK YIIEKUCIIOTO Ta3a, epeBUras 2JIeKTPOrepeliky & B
cTopoHy anmnapara Kumnmna 14, no paccrosaus 20 MM OoT GOKOBOTO OTBOAA TPYOKM.

3aTeM 3JIEKTPOroOpeNiKy & IepeHOCAT, He NepeBuras Mo TpyOKe, Ha OTKPHITHIA KOHel NMpobupKu 9.

Korna BeizeneHHe YTIIEKUCIOrO I'a3a NMPEKPaTUTCA, 3aKphIBAIOT MHKPOKpPAH 5, OTKPBIBAIOT KpaH 4 U
BBITECHAIOT COOpABUIyIOCS B MUKPOA30TOMETpE MEHY MONHSITHEM Ipylld I, 3aTeM 3aKpbIBalOT KpaH 4 U
[1OJIHOCTBIO OTKPbIBAIOT MHKPOKPaH J.

2.3.1, 2.3.2. (A3menennas pemaxkumus, Mam. Ne 1).

3. ITIPOBEAEHHME UCIIBITAHUA

3.1. I coXCKeHHs] HAaBECKH 3JIEKTPOropesiKy § MeIjIeHHO OBHTAIOT B CTOPOHY HaBeCKM He Goxee
yeM Ha 3 MM, NEpUOAHYECKH OCTAHABJMBas ee, HAGMIONAIOT 33 MUPOJIM30M HABECKH 10 M3MEHEHHIO
OaBJCHUsI B CUCTEME.

Jlns 3aBeprieHus MUPOIU3a JJEKTPOrOpeNKy HeoOXOMHMO 3alepXaTh Hal MCILITyeMoOl HaBecKoi B
Te4eHHe 5—7 MHUH, IOCJE 3TOro 3JeKTPOropelKy NpoAo/DKAIOT IBMTaTh B CTOPOHY ammapara Kumma,
Habmonas 3a TeM, YToOBI ITy3bIPBKH a30Ta IIPOXOMIIH B MHKPOA30TOMETP CO CKOPOCThIO 1—2 B CeKyHIYy.

3.2. Korzna snektporopeika § 6yaeT MpoaBUHYTa Ha paccTogHHe okoio 20 MM oT GokoBoro orsona
TPYOKHM, 3aKPHIBAIOT MUKPOKPAH 5 M OTKpBIBAIOT KpaH /2. [IoTOM OCTOPOXHO OTKDPHIBAIOT MHKPOKDaH 5
HACTONBKO, YTOOB! ITy3BIPEKM ra3a ABHIATHCH GBICTPO, HO HE CIMBAJINCH B ONHY CTPYIO.

BnekTporopenky & MmepeaBUraloT Hasal K HEITOABMXKHOM aexTporopesike 6. MUKpokpaH 5 3akpeiBa-
IOT, JIEKTPOTOpENIKH 6 M § CHUMAIOT.

3.3. Ina nomHOro BBITECHEHMS a30Ta M3 TPYOKH MIA COXCKEHHUS MMKPOKPAH S5 OCTOPOXHO
OTKDHIBAIOT.

Tpu nosBJIEHNY MUKPOIY3BIPEKOB MUKPOKPAH 5 3aKphIBAIOT.

3.4. TIogHHMAIOT YPaBHUTENBHYIO Tpylry I TaK, YToGbl YPOBEeHb pacCTBOpa LICIOYH B HEW COBIANAN C
YPOBHEM DACTBOpA IIEJIOYM B MUKPOA30TOMETpe. YPAaBHUTENBHYIO IPYIUY 3aKpeIUITIOT Ha LUTaTHBE.

Yepes 30 MHH 0OTMEYAIOT 06BEM 230Ta B MUKPOA30TOMETpE ¢ ToUHOCTHIO Ko +0,001 cm3, Temmeparypy
BO3/IyXa, OKPYXAIOWIEro MHUKpPOa3oTOMeTp, — ¢ TodHocThio Ho 0,5 °C m atMocdepHoe namieHHEe — C
ToyHocThio 1o 0,1 MM pT. CT.
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4. IIOACYET PE3YJIBTATOB NCIIBITAHHUA

4.1. Copepxanue asota (X) B NpOLIEHTaX BRMMCIAIOT IT0 popMyte
V. G,- 100
X=—%—:>
re ¥V — MCTHHHBIN o6beM a3oTa, cM3;
G — HaBecKa BellleCTBa, M,
G, — Bec 1 cM3 a30Ta IIPH TEMIIEPATYpe OKPYXKAIOLIEro BO3XYXA U AaBNCHHM P, Mr.
Hasnerue (P) B MM PT. CT. BBIMMCIIIIOT Mo dhopmye

P = P ‘—"P 2
rae P, — armocdepHoe naBieHHe, MM pT. CT.;
P, — pamneHue BopsHoro napa Hax 50 %-HBIM pacTBOpOM €AKOTO KAaJM NPH TEMIIEpaType OKpYXalo-

LIEro BO3AYXa, MM PT. CT. (CM. IpwioXeHHe 3).
Hcrunnsrii 06veM asora (V) B MBITIWINTpaxX BEIYHCIISTIOT 1O (opMye

V= ¥,—0,02V 1V,
e ¥V, — o0beM a3oTa o MMKPOA3oTOMETpY, cM3;
¥, — monpaBKa Ha MHKPOa30TOMETp, CM>.

4.2. Pacyet peKOMEH/YeTCsl IPOBOIMTH C UCIIONB30BaHUEM TabuLL JorapudmoB (IgG), IpUBENeHHBIX
B IPWIOXEHUH 2.
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IIPHIIOXEHHE 1

1. Ycranoska 214 ra3oMeTpHIeCKOro MEKPOONpee/IeHAs 830Ta (CM. YepTeK)

1.1. Ilpumensemwie npubopw u annapamypa

MuxpoasoTomerp.

I'pyina crexnsiHHas ypaBHMTEIbHAs BMECTUMOCTEIO 75—100 cm3,

Tpybka c GOKOBRIM OTBOJIOM VIl COXKEHMS M3 IIPO3PaYHOTO KBAapLEBOrO CTEKIA.

DNeXTPOropesKi THIIa MA-I"/GP, Ha 900—1100 °C.

JIATP-1 Tuma 9A.

TepMomerp TopMoanexTprueckuii o N'OCT 6616—94.

ITpo6upky M3 Mpo3payHOro KBapLEBOro CTEKIA s B3ATHA HaBecoK 6e3 npo6oK M ¢ NPUTEPTHIMH NPOGKaMK
JmuHoi 70 1 90 MM HapyXHEIM TUaMeTpoM He Gonee 9 Mm.

Kamwispsl M3 MpocToro M KBapLeBOro crekia.

Tpy6Gxu pesMHOBEIE, BAKYYMHEIE BHYTPEHHMM AMAMETPOM 1 ¥ 2 MM.

Bara crexnannas.

ITpo6xu pesunorsie no HT/I Ne 10, 24, 27,

Ac6ect xpusormossii o I'OCT 12871—93.

(A3menennas pexaxuns, Mam. Ne 1).

2. IloAroToBKA YCTAHOBKH K ECHBITAHHIO

2.1, KanuGposaHune MUKpPoa3oToMeTpa

2.1.1. I'pamynpoBaHHYIO 4acTh MMKPOA30TOMETPa OTpe3aioT Ha 80 MM HyDKe TPajiyMpOBKM H YCTRHABRIMBAIOT
CTPOTO BEPTHKATBHO KpaHOM 4 BHU3. KpaH 4 cMa3hiBalOT BHYTPH Ba3eIHHOM M 32KPHIBAlOT.

I'pamyHpoBKy MMKpOa30TOMETpa OCYILECTBISIOT CIACAYIOIHM 00pasoM:

BBOAAT npuMepHo 0,1 cM3 pPTyTH U 3aMepsIOT ee 06BEM B MMKPOA3OTOMETPE. 3aTeM NEpeHOCAT M3MEpeHHBIMH
00beM PTYTH B IIPEBAPUTE/ILHO B3BEIIEHHYIO OIOKCY M B3BEHIMBAIOT Ha aHAIMTHYECKHX BeCax ¢ TouHocThio 0,0002 r.
B 610KCy H0GABNAIOT HOBYIO ITOPLIIO PTYTH, MPHMEPHO COOTBETCTBYIONIYI0 0GbeMy 0,1 cM3, B3BenIMBAIOT M NEPEHOCAT
BCE KOJIMYECTBO PTYTH M3 GIOKCH B MHKpoa3oToMeTp. CHOBa M3MepsioT 00beM U T. JI. N0 BCEU rpajlyMpOBaHHOM YacTH
MHMKDPOA30TOMETpa.

O6BbeM PTYTH B MUKPOA30TOMETpPE OTCYHMTHIBAIOT INPH IMOMOILM AYNKI.

2.1.2. HctunHuR o6beM Kaxnoi nopuny prytu (V) B MIUTWIATPaX BRIYHCASIOT 110 dopMye

V= 0,07355(1+0,0001821) G,

rae 0,07355 — o6wbeM 1 r pryTH, cM3;
0,000182 — cpenrmit xoadduimenT paciuvpeHns pTyTH oT 0 °C 1o KOMHaTHOM TEMIIEPaTypHI;
t — TeMIepaTypa OKpyXalolero Bosmyxa, “C;
G — BeC pTyTH, T.
2.1.3. Tlonpasky K rpalyupoBke MHKpoazoTomeTpa (V,) B MIWLIMIATPaX BRIYHMCISIOT N0 dopMyiie

V, = V=V, (ipn Bo3pacralomicit nonpaeke);
V, = V;—V (nipu yGbiBatoneit nionpaske),

rae ¥V — HCTHHHBIA 06beM OMHON IOPLMH PTYTH, CM7;
¥, — ofbeM 3ToH Xe NOPLMY PTYTH, H3MEPEHHbIl N0 MHKPOA30TOMETpY, CM>.

KanubpoBaHHe MHMKPOa30TOMETpa JOIYCKAeTC IIPOBOAMTD JIOOKM CHOCOGOM, NAIONIMM TaKYIO XK€ TOYHOCTh
BKH.

2.1.4. IIpokanuGpoBaHHYIO YacTh MHKPOA30TOMCTPa MPMITAKBAIOT K HIDKHE! YacTH MMKpoasoTroMeTpa (2).

K HuxHeMy OTBOMy MHKpPOa30TOMETPa NMpPHCOEAMHSIOT BCTHIK NPH TOMOLM TPYGOK M3 BaKYYMHOHM pe3HHEI
MHKpOKpaH 5, numndsl KOTOPOTo NpeABapUTe/IbHO CMa3aHbl ¥ paciliipeHHast YacTh eT0 HaNoJMHeHa creknoBaroit. Iocne
Yero MHKPOKpPaH 3aKpHIBAIOT.

BepxHuit OTBOX MMKpOA30TOMETPA COSNWHSIIOT C YPaBHMTENLHON Ipymieil NMpY MOMOIM PE3MHOBOM TPYOKU
winHo#t 730—800 MM. Yepes ypaBHUTENLHYIO TPYILy HAJIMBAIOT CHaYa)la PTYTh B MMKPOa30TOMETP TakK, YTOOK! YPOBEHD
ee GbUT Ha 3 MM BhIllle HIDKHEro GOKOBOIO OTBOJA, IOCJE YEro YPaBHMUTENBHYIO PYIIY HAITOJHAIOT Ha 3/4 obnema
50 %-HBEIM PacTBOPOM €IKOTO KajiH.

22 lMoaroTtoBka annmapara Kunnma

2.2.1. Ilpumensemuie peaxmuen u pacmeopu

Pryms no I'OCT 4658—73.

Kucnora consnas no F'OCT 3118—77, pas6asneHnas 4:1.

Bona aucrmimposannas mo F'OCT 6709—-72.

I'nunepun no 'OCT 6259—75.

Mpamop anextponHsiit no FOCT 4416—94; roroBaT CHeAyIOIMM 06pa3oM: KyCKU MpaMmopa o6pabarhBaloT
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5 %-HbIM PacTBOPOM COJIAHOM KHC/IOTHE B TCHCHHE § MMH, pacTBOp KHCIOTH CJHMBAIOT, & MpaMOp 3a/IMBalOT BOAOH H
KMIIATAT €70 B TeUeHMe 2—3 U, IepHOJNMECKH MCHSAA BOLY IO TeX ITOP, I0KA OHa He CTAHET Ipo3payHoi.

Mpamop a0 3arpy3km B anmapar Kurma HyXHO XpaHMTb ITofi BOZOIA.

2.2.2. 3apsdxa annapama Kunna

[IInuer ¥ KpaHB CMAa3LIBAIOT TOHKHM CJIOEM Ba3elIMHa.

BepxHuii 1I1ap BOPOHKM MPHCOEAMHSIOT K IIAPY PEAKTOpa NpM MOMOINM KpaHa I3 W CTEKIAHHBIX TpyOouek,
COGIMHEHHBIX BAKYYMHBIMM De3MHOBHIMM TPyOKaMu.

B pe3auHOBYIO NPOOGKY BEPXHEro LIapa BCTABIAIOT 3alUMTHYIO BOPOHKY, B TOPU3OHTANBHYIO YaCTh KOTOPOH BBOAAT
PTYTh, CBEPXY CJIOH IIIMLIEPHHA OKojNo 1 cM? M 3aBA3HIBAIOT Maplei.

HormyckaeTcs IpHMEHeHHe APYTOTO KMAKOCTHOTO 3aTBOPA.

[Ifap peaxTOopa 3aKpHIBAIOT Pe3MHOBOM NpobKoit Ne 24 ¢ xpaHoM /2. KoHeu xpaHa, HaxonsLIuiics B peakrope,
3arHyT IIOYTH O Bepxa peakropa.

IIap peakTopa 3aNONMHAIOT Ha 3/, 0GbeMa KycKaMH MpamMopa H IUIOTHO 3aKpHIBAIOT MPOGKOHA.

Annapar Kdanmna noMeIaT B BRITKHOK WKad U HAYUHAIOT 3aIMBaTh PaCTBOPOM costHo# kuciaoral. Ilpu aTom
kpaus! annapata Kunma 72w 13 qo/mxHel GHTL 0643aTeNbHO 3aKphIThl. Koraa BepXHWi 1ap BOPOHKM HATIONHAT Ha
3/4 oGbeMa CONAHON KMCJIOTOM, OTKPHIBAIOT KpaH 13, yTobbl CONAHAA KHCJIOTA CITYCTIIAach B OCHOBAaHME peakropa,
3areM 3aKphIBAIOT KpaH /3 ¥ cHOBa HATMBAIOT KUCJIOTY B BEPXHMI 1ap BOPOHKH.

DTH onepaluMH IMOBTOPAIOT JO TeX NOp, NOKa OCHOBAaHME peakropa He OyAeT 3alloJIHEHO CONEHON KMCHIOTOM M
YPOBEHb KMC/IOThl B BOPOHKE LIApa HE YCTAHOBMTCH Ha 1/, ero oGbeMa. [Ipu 3TOM HYXHO ceyTh, YTOOK KMCIOTa HE
COTIpHKacaliaCh C MpaMOpOM B peaxTope.

Boamyx u3 peakropa Kurina BHITECHSIOT ClleaylollMM o6pa3oM: OTKPHIBAIOT KpaH 13 Ha Takoe BpeMs, YTOObI
KHCJIOTa YCIIe/la TONBKO KOCHYThCS MPaMopa B PeakTope, ¥ TOT4ac Xe KpaH 3aKphiBaioT. 3aTeM OTKphIBAalOT KpaH /0
Ha | MHH U1 TOTO, YTOGR! BHACTIMBUIMIACA YITIEKHCIILINA I'a3 BHITECHWI BO3AYX M3 peaxTopa, ¥ KpaH 3aKpHBaloOT. ITy
onepauuio riopropsior 20—30 pas.

ITponecc BRITECHEHMs BO3NyXa M3 anmaparta Kunmna Jo/DkeH NMpOBOOUTLCA MELIEHHO H OCTOPOXHO, YToObl He
NPOM301UIO BRIOPOCA COMSTHOM KHMCNOTH ¥ pa3bphIarMBaHKsA PTYTH U3 3allIMTHOH BOPOHKM.

2.3. KsapieByio TpyOKyY I COXKEHHSI 3aII0MHAIOT OKMCHIO MM CISAYIOUMM O0pa3oM: B OTTAHYTEIHN ee KOHEIT
BCTAB/AIOT ac6ecTORYI0 NMPOGKY cioeM 3—4 MM, clIerka YIUIOTHSS €€, 3aTeM 3arloiHAIOT OKUChIO Meau cyioeM 70—80 MM
H cHOBa acGecToBoil nMpobKoit cnoem 3—4 MM. [lanee KBapueBylo TpyOKy 3anOJHSAIOT BOCCTAHORIIEHHOM MEIBIO ClIOEM
40—60 MM u 3aKkperuisaioT achecToBOM MPOKIAAKOM.

(A3menennan penaxuusa, M. Ne 1).

2.4, Mpobupku M KamWUIApsl U3 KBAapLIeBOro CTEKJIa IIPOKANMBAIOT B TeueHue 15—20 muu npu (900+50) °C.

25. llpoBepKa repMeTHYHOCTH YCTAaHOBKH

2.5.1. TloaroTosileHHBIe YACTH YCTAHOBKM COEJMHSAIOT BCTHIK C IIOMOMUBIO PE3MHOBHIX BAaKYYMHBIX TpybGok
ko 25—30 MM, IpeaBapUTENIbHO CMa3aHHBIX BHYTPH TOHKHMM CJIOEM IJIMIEPHHA, B CIICAYIOLIEM MOpSLIKe:

GoKOBOM OTBOA TPYOKM mis coxkenusa 10 coenuHsoT ¢ Z-o6pa3Hoi TpyGKoi 11, 3arionHeHHO#H CTEKISHHOM
BaTOH A/ 3azepXaHus NMapos CONSHON KUCIOTHI.

Tpy6xy 1] ripucoeauHSIOT K KpaHy 12, unyiieMy ot arnnapara Kunna.

Tpybxy Wi COXOKEHMs ITPOKANMBAIOT B TOKE YIVIEKMCIIOTO ra3a, JJisi 5TOro Cjlerka OTKphIBAIOT KpaH 12 u
HAJBUTAIOT Ha TPYOKY SNEKTPOTopesKy, NpeABapUTEIbHO HarpeTyid Ao temuepatyph (900+50) °C (anaexTporopenky
BKIOYaloT yepe3 npuGop JIATP-1, Temnieparypy u3MepsiioT TepMOIapoit).

ITocne nmpoxanuBaHus TPYOKM OTTHHYTHIM KOHEI €€ OXJIAXAAIOT ¥ NPUCOCAMHSAIOT K MHKPOKpPaHy 5 Pe3HHOBOM
BaKyyMHOM TpyOKoOit, uMelolelt BHYTpeHHMI IHaMeTp 1 MM.

Onepanio IpoxaluBaHMA TPYOKM B TOKEe YIMIEKMCIIOTO ra3a NpOBOAAT €XCIHEBHO Iiepel IPOBEAEHHEM
VICTIBITaHMS.

OTKphIBas KpaH 4, 3aT7€eM MMKPOKPAH J, IPOITycKaIoT YIACKHCABINA ra3 B TeueHHe 2—3 MMH, 3aTeM MHKPOKpPaH
S 3aKpBIBaIOT.

MukpoaszoToMeTp 3 1py OTKPHITOM KpaHe 4 3alloJIHAIOT Ha 2/3 pacIIMpeHHOM BepxHeill yactu ero 50 %-HbiM
PacTBOpoM eIKOTo KM, noguHuMas rpymry I ITocae 3Toro HyXXHO 3aKphiTh CHavyalla KpaH 4, a noToM KpaH 2 (or
annapara Kunmna). CHoBa oTKpBIBaloT MUKpOKpPaH 5. OTCYTCTBME ITy3hIPbKOB Ia3a B MMKpOAa30TOMETPE YKA3HBAET Ha
TepMETUYHOCTL COOpPaHHOIN YCTAaHOBKH.

2.5.2. Tlocne NpoBepKH TepMETHYHOCTH YCTAHOBKM TPHCTYMAIOT K TPOBENCHMIO XOJOCTOro OIpele/IeHHs,
KOTOpOe IIPOBOJST B TOM Xe€ INOCHIEAOBATeIbHOCTH, YTO M NPH CONOKCHHHM BellleCTB, HO 6e3 MpOOUpPKM C HABECKOH.
Peaynbrarthi ABYX apa/UiebHEIX ONpEeIeHHH o 06beMy raza B MUKPOA30TOMETpe He JO/DKHE! apeBrimaTsh 0,01 cM3.

KoHTponbsHOEe onpeneieHMe CONEPXAHMA a30Ta NPOBOMAT HA XMMHMYECKM YMCTHIX BelllecTBaX: Kapbasore,
alleTaHWIMAE, CHHTOMHIIMHE, (PeHALMTHHE M TIp.
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IIPHIOXEHHE 2

(ig G) seca 1 cM° 3018

Temniepartypa, °C

g
g 15 16 17 18 19 20 21 22 23 24 25 26 27 28 29 30

710 | 0443 | 0428 | 0413 | 0398 | 0383 | 0368 | 0353 | 0338 | 0323 | 0309 | 0294 | 0279 | 0265 | 0250 | 0235 | 0221
711 | 0449 | 0434 | 0419 | 0404 | 0389 | 0374 | 0359 | 0344 | 0330 | 0315 | 0300 | 0286 | 0271 | 0256 | 0242 | 0227
712 | 0455 | 0440 | 0425 | 0410 | 0395 | 0380 | 0365 | 0350 | 0336 | 0321 | 0306 | 0292 | 0277 | 0262 | 0248 | 0233
713 | 0461 | 0446 | 0431 | 0416 | 0401 | 0386 | 0371 | 0356 | 0342 | 0327 | 0312 { 0298 | 0283 | 0268 0254 | 0239
714 | 0467 | 0452 | 0437 | 0422 | 0407 | 0392 | 0377 | 0363 | 0348 | 0333 | 0318 | 0304 | 0289 | 0274 | 0260 | 0245
715 | 0473 | 0458 | 0443 | 0428 | 0413 | 0398 | 0383 | 0368 | 0354 | 0339 | 0325 | 0310 | 0295 | 0281 | 0266 | 0251
716 | 0479 | 0464 | 0449 | 0434 | 0419 | 0404 | 0389 | 0375 | 0360 | 0345 | 0331 | 0316 | 0301 | 0287 | 0272 | 0257
717 | 0485 | 0470 | 0455 | 0440 | 0425 | 0410 | 0395 | 0381 | 0366 | 0351 | 0337 | 0322 | 0307 | 0293 | 0278 | 0263
718 | 0491 | 0476 | 0461 | 0446 | 0431 | 0416 | 0401 | 0387 | 0372 | 0357 | 0343 | 0328 | 0313 | 0299 | 0284 | 0269
719 | 0497 | 0482 | 0467 | 0452 | 0437 | 0422 | 0408 | 0393 | 0378 | 0363 | 0349 | 0334 | 0319 | 0305 | 0290 | 0275
720 | 0503 | 0488 | 0473 | 0458 | 0443 | 0428 | 0414 | 0399 | 0384 | 0369 | 0355 | 0340 | 0325 | 0311 | 0296 | 0281
721 | 0509 | 0494 | 0479 | 0464 | 0449 | 0434 | 0420 | 0405 | 0390 | 0375 | 0361 | 0346 | 0331 | 0317 | 0302 | 0287
722 | 0515 | 0500 | 0485 | 0470 | 0455 | 0440 | 0426 | 0411 | 0396 | 0381 | 0367 | 0352 | 0337 | 0323 | 0307 | 0293
723 {0521 | 0506 | 0491 | 0476 | 0461 | 0446 | 0432 | 0417 | 0402 | 0387 | 0373 | 0358 | 0343 | 0329 | 0314 | 0299
724 | 0527 | 0512 | 0497 | 0482 | 0467 | 0452 | 0438 | 0423 | 0408 | 0393 | 0379 | 0364 | 0349 | 0335 | 0320 | 0305
725 | 0533 | 0518 | 0503 | 0488 | 0473 | 0458 | 0443 | 0429 | 0414 | 0399 | 0385 | 0370 | 0355 | 0341 | 0326 | 0311
726 | 0539 | 0524 | 0509 | 0494 | 0479 | 0464 | 0449 | 0435 | 0420 | 0405 | 0391 | 0376 | 0361 | 0347 | 0332 | 0317
727 | 0545 | 0530 | 0515 | 0500 | 0485 | 0470 | 0456 | 0441 | 0426 | 0411 | 0397 | 0382 | 0367 | 0353 | 0338 | 0323
728 | 0551 | 0536 | 0521 | 0506 | 0491 | 0476 | 0462 | 0447 | 0432 | 0417 | 0403 | 0388 { 0373 | 0359 | 0344 | 0329
729 | 0557 | 0542 | 0527 | 0512 | 0497 | 0482 | 0468 | 0453 | 0438 | 0423 | 0409 | 0392 | 0379 | 0364 | 0350 | 0335
730 | 0563 | 0548 | 0533 | 0518 | 0503 | 0488 | 0473 | 0459 | 0444 | 0429 | 0415 | 0398 | 0385 | 0370 | 0356 | 0341
731 { 0569 | 0554 | 0539 | 0524 | 0509 | 0494 | 0479 | 0465 | 0450 | 0435 | 0421 | 0404 | 0391 | 0376 | 0362 | 0347
732 {0575 | 0560 | 0545 | 0530 | 0515 | 0500 | 0485 | 0471 | 0456 | 0441 | 0427 | 0410 | 0397 | 0382 | 0368 | 0353
733 | 0581 | 0566 | 0551 | 0536 | 0521 | 0506 | 0491 | 0476 | 0462 | 0447 | 0432 | 0416 | 0403 | 0388 | 0374 | 0359
734 | 0587 | 0572 | 0557 | 0542 | 0527 | 0512 | 0497 | 0482 | 0468 | 0453 | 0438 | 0422 | 0409 | 0394 | 0380 | 0365
735 | 0593 | 0578 | 0563 | 0548 | 0533 | 0518 | 0503 | 0488 | 0474 | 0459 | 0444 | 0426 | 0415 | 0400 | 0386 | 0371
736 | 0599 | 0584 | 0569 | 0554 | 0539 | 0524 | 0509 | 0494 | 0480 | 0465 | 0450 | 0432 | 0421 | 0406 | 0392 | 0377
737 | 0605 | 0590 | 0575 | 0560 | 0545 | 0530 | 0515 | 0500 | 0485 | 0471 | 0456 | 0438 | 0427 | 0412 | 0398 | 0383
738 | 0611 | 0595 | 0580 | 0565 | 0551 | 0536 | 0521 | 0506 | 0491 | 0477 | 0462 | 0447 | 0433 | 0418 | 0402 | 0388
739 | 0616 | 0601 | 0586 | 0571 | 0556 | 0541 | 0527 | 0512 | 0497 | 0483 | 0468 | 0453 | 0439 | 0424 | 0408 | 0394
740 | 0622 | 0607 | 0592 | 0577 | 0562 | 0547 | 0533 | 0518 | 0503 | 0488 | 0474 | 0459 | 0445 | 0430 | 0414 | 0400
741 | 0628 | 0613 | 0598 | 0583 | 0568 | 0553 | 0538 | 0524 | 0509 | 0494 | 0480 | 0465 | 0451 | 0436 | 0420 | 0406
742 | 0634 | 0619 | 0604 | 0589 | 0574 | 0559 | 0544 | 0529 | 0515 | 0500 | 0485 | 0471 | 0457 | 0440 | 0426 | 0412
743 | 0640 | 0625 | 0610 | 0595 | 0580 | 0565 | 0550 | 0535 | 0521 | 0506 | 0491 | 0477 | 0463 | 0446 | 0432 | 0418
744 | 0646 | 0631 | 0616 | 0601 | 0586 | 0571 | 0556 | 0541 | 0526 | 0512 | 0497 | 0483 | 0469 | 0452 | 0438 | 0424
745 | 0652 | 0636 | 0621 | 0606 | 0592 | 0577 | 0562 | 0547 | 0532 | 0518 | 0503 | 0489 | 0475 | 0458 | 0444 | 0430
746 | 0657 | 0642 ; 0627 | 0612 | 0597 | 0582 | 0568 | 0553 | 0538 | 0523 | 0509 | 0495 | 0481 | 0464 | 0450 | 0436
747 | 0663 | 0648 | 0633 | 0618 | 0603 | 0588 | 0573 | 0559 | 0544 | 0529 | 0515 | 0501 | 0487 | 0470 | 0456 | 0442
748 | 0669 | 0654 | 0639 | 0624 | 0609 | 0594 | 0579 | 0564 | 0550 | 0535 | 0520 | 0507 | 0493 | 0476 | 0462 | 0446
749 | 0675 | 0660 | 0645 | 0630 | 0615 | 0600 | 0585 | 0570 | 0556 | 0541 | 0526 | 0513 | 0499 | 0482 | 0468 | 0452
750 | 0681 | 0665 | 0650 | 0635 | 0621 | 0606 | 0591 | 0576 | 0561 | 0547 | 0532 { 0519 | 0505 | 0486 | 0474 | 0456
751 | 0685 | 0671 | 0655 | 0641 | 0626 | 0611 | 0597 | 0582 | 0567 | 0552 | 0538 | 0525 | 0511 | 0492 | 0480 | 0460
752 | 0692 | 0677 | 0662 | 0647 | 0632 | 0617 | 0602 | 0588 | 0573 | 0558 | 0544 | 0531 | 0517 | 0498 | 0486 | 0466
753 | 0698 | 0683 | 0668 | 0653 | 0638 | 0623 | 0608 | 0593 | 0579 | 0564 | 0549 | 0537 | 0523 | 0504 | 0492 | 0472
754 | 0704 | 0689 | 0674 | 0659 | 0644 | 0629 | 0614 | 0599 | 0584 | 0570 | 0555 | 0541 | 0529 | 0510 | 0498 | 0478
755 | 0709 | 0694 | 0679 | 0664 | 0649 | 0635 | 0620 | 0605 | 0590 | 0576 | 0561 | 0546 | 0535 | 0516 | 0504 | 0484
756 | 0715 | 0700 | 0685 | 0670 | 0655 | 0640 | 0625 | 0611 | 0596 | 0581 | 0567 | 0552 | 0541 | 0522 | 0510 | 0490
757 | 0721 | 0706 | 0691 | 0676 | 0661 | 0646 | 0631 | 0616 | 0602 | 0587 | 0572 | 0557 | 0543 | 0528 | 0514 | 0496
758 10727 | 0712 | 0697 | 0682 | 0667 | 0652 | 0637 | 0622 | 0607 | 0593 | 0578 | 0564 | 0549 | 0534 | 0519 | 0505
759 | 0732 | 0717 | 0702 | 0687 | 0672 | 0657 | 0643 | 0628 | 0613 | 0596 | 0584 | 0569 | 0555 | 0540 | 0525 | 0510
760 | 0738 | 0723 | 0708 | 0693 | 0678 | 0663 | 0648 | 0634 | 0619 | 0604 | 0590 | 0575 | 0560 | 0546 | 0531 | 0516
761 | 0744 | 0729 | 0714 | 0699 | 0684 | 0669 | 0654 | 0639 | 0625 | 0610 | 0595 | 0581 | 0566 | 0551 | 0537 | 0522
762 | 0749 | 0734 | 0719 | 0704 | 0689 | 0675 | 0660 | 0645 | 0630 | 0616 | 0601 | 0586 | 0571 | 0557 | 0542 | 0527
763 | 0755 | 0740 | 0725 | 0710 { 0695 | 0680 | 0666 | 0651 | 0636 | 0621 | 0607 | 0592 | 0577 | 0563 | 0548 | 0533
764 | 0761 | 0746 | 0731 | 0716 | 0701 | 0686 | 0671 | 0657 | 0642 | 0627 | 0612 | 0598 | 0583 | 0568 | 0553 | 0539
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IIPH/IOXEHHE 3

Hasnenne BogsHoro napa nax 50 %-upiM pacrsopom KOH npn paymanost Temnepartype

Temmepatypa, °C 1S | 16 { 17 | 18 | 19 20 | 21 22 23 24 125 26 27 28 29 30

Hasnenue, 7,8184/(89:95]10,1)10,8)11,4)12,2[12913,7/145/155! 16 | 17 | 18 | 19
MM PT. CT.
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