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OPTAHMYECKHE XUMHWUYECKUE INPOAYKTbI
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Organic chemical products.
Method of test for
microdetermination of nitrogen

OKCTY 2209

Y1Bepxkiaen KomureTom cTaanapron, Mep n u3MeprTe bHbIX npubopos npa Cosere Mummcrpos CCCP 24 oxrabpa 1967 r.
JlaTa ppenennsa 01.03.68

Orpannuenne cpoxa aeiicransa cuaro IlocranopnenneM I'occrannapra or 28.09.92 Ne 1284

Hacrosiumit cTaHAAPT pacnpocTpaHsieTcs Ha OpraHUYeCcKKe IPOJYKThl M YCTAHABIMBACT MUKPOMETO

CHPCOCIICHUA COOCPXKAHUA a30Ta B a30TCOHCPXAIINX OPraHHIECKHUX COCIHHCHMUSIX.
CYU.[HOCTI: METONd COCTOHUT B H3MCPCHHH obbeMa a30Td, BbBIACIIUBIHICTOCHA IIPpU IMUPOJUTUYCCKOM

pa3jIOXEHUU MCCIedyeMOoro BellecTBa B I[IPHCYTCTBHH KaTaau3aTopa — OKHUCH HHKENsI, B aTMocdepe
yriekucioro rasa npu rtemmneparype (900+50) °C.

MeTon npuMeHUM K COeIUHEHUSIM, COAEpXAUIMM He MeHee 1 % a3ora.

ToyHocTs MeTOma HaxoauTcs B npenenax 0,2 %.

[IpuMeHeHHe MeTona IpeAyCMaTPHUBAETCS B CTAHAAPTaX M TEXHUYECKMX YCIOBUSX, YCTAHABIMBAIOILHX
TEXHUYECKHE TpeOOBaHUS Ha OpraHMYECKHE XUMHUYECKNE ITPORYKTHI.

(U3menennas pepakumsa, M3m. Ne 1).

1. AITITAPATYPA, PEAKTHUBbDI U PACTBOPDI

1.1. JIns onpeneseHust COAEpXaHUsI OPraHMIECKH CBA3aHHOIO a30Ta MPUMEHSIOTCA

yCTAHOBKA IUISL OTIpenesIeHUsT a30Ta (CM. IIPWIOXEHHeE 1);

arrmapat 2000 (anmapar Kunmna) nmo F'OCT 25336—82;

MHKpoBechl Tunna BM-20;

CUTO ATIOMHHHUEBOE C OTBEPCTHUAMHU OTUAMETPOM 2 MM;

cetka o T'OCT 6613—86, Ne 025:

610kca Tinna CH o 'OCT 25336—82;

lkad cyunibHbIR J1aboparopHbit Ha 150 °C,;

neys MydenpHas Ha 1000 °C;

okuchk Hukeng no 'OCT 4331—78;

KaJIus THMApPAT oKucH (Xaiuu eakoe), 50 %-HeIii BOAHBINH pacTBOp;

pryTh 110 'OCT 4658—73;

napadun no I'OCT 23683—89;

caxapo3a o I'OCT 5833—75;

yraekucabii ra3 cxuwxkeHHbA mo F'OCT 8050—85 unu nByokuce yriepona TBepnasi, rojgydyeHHas U3
CXKVDKEHHOIr'O YITIEKMCIIOTO rasa;

Maruuit cepHokucnbelit o ['QOCT 4523—77, 15 %-Hru1it BOXHBIN pacTBOP;

kucraora ykeycHas o F'OCT 61—75, 3 %-Hblit pacTBOp;

Boga nuctwurdpoBadHag o FOCT 6709—72;

H3nanme opuuuannroe IlepeneuaTka Bocupeimena

* Ilepeusdanue (ghegpanrs 1999 2.) ¢ Hamenernuem Ne 1, ymeepxcOernnoim ¢ Hosbpe 1976 2. (HYC 12— 76).

© HUIIK HzmarenscrBo craHpaptoB, 1999
[lepenspanne ¢ UaMeHeHUSIMU
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KAaTaJIN3aTOP-OKHCIUTEIb I'PAHYJIMPOBAHHEIN,; I'OTOBSAT CACAYIOIIMM 00pa3oM: OKMCh HUKEJS CMEIIU -
BalOT ¢ 15 %-HBIM pacTBOpPOM CEPHOKHCAOIO MarHusl B COOTHOWIEHHMH 4:1 IO ITOJYYEHUSI I'YCTOU ITacThl.
ITacTy HaHOCSAT HAa CUTO TOHKHUM CJIO€M TakK, YTOOB! 3aIOJHWIMCE BCe OTBepCcTHUsI CUTa. CHTO BMECTE C
macToyl rioMelaT Ha 6yMary B cylnuibHbIN 1IKad u moacymmsaioT okoixo 1 94 nmpu 100—110 °C, nocne
4yero IrpaHyJbl JIETKUM ITOCTYKUBAHUEM OTHEISAIOT OT CHUTA H ITPOKAIMBAIOT B My(deIbHON €YU B TCYCHUE
6 ¥ mpu 900—1000 °C.

[Tociie oxyaxaeHus rpaHy/bl OTCEMBAIOT OT IBUIM Ha ceTke Ne 025, a OT KpYIHBIX KYCKOB — Ha CUTE
C OTBEPCTUSIMU 2 MM;

OKMCh MEOU B BHIE IIPOBOJIOKM — OTpE€3KH IIUHOM 6 MM M aHaMeTpoM 1 MM, ITOATOTaBAMBAIOT
CIENYIOIIUM OOpa3oM: MEIHYIO IPOBOJOKY KMIATAT 15—20 MuH B 3 %-HOMH YKCYCHO# KMCJIOTE, 3aTeEM
[IPOMBIBAIOT JUCTWILIMPOBAHHON BOAOM 10 MCUYE3HOBEHHS CIEIIMPUYECKOro 3aIiaxa YKCYCHOM KMCJIOTHI,
[MOACYLIMBAIOT B TeyeHne 1 4 B cynmabHoM mKady rnpu 100—110 °C, npoxanusaior B MydeJbHOH ITeqyH
okoJio 2 4 nip (800+50) °C u orceuBaroT oT NeUIM Ha ceTke Ne 025;

MEIb BOCCTAHOBJICHHAS!; TOTOBAT CAEAYIOLIUM 00pa3oM: IPOKAIEHHYIO OKMCh MEIH B BULIE ITPOBOJIOKH
[TOMEILIAIOT B KBaplUEBYIO TpyOKy ¢ OOKOBBIM OTBOAOM, IIPOAYBAIOT TPYOKY BOJOPOIOM IO ITOJHOIO
BBITCCHEHUS] U3 HEe BO3AyXa. 3aTeM Ha TO MECTO TPYOKM, I'le HaXOAUTCS OKMUCh MEIH, HAIBHUIAIOT €YD,
HarpeTyio 1o 500 °C, He nmpekpaniasa nmomadyy Bogoposa, [IoKa BcI Meb HE BOCCTAHOBUTCS M HE NPUOOpETeT
XapaKTepHBIA IS Meau LBeT. CHHUMAIOT I1€Yb M JAIOT MEOM OCTBITH B TOKE BOHAOPOIA. 3aTEM ITEPECHOCST
TPYOKY K MCTOYHMUKY ABYOKHMCHU yrjIepoaa, NPOAYBAIOT UM Tpyoky B TeyeHue 20—30 MUH M TepechIIaioT
MEIb B 0DAHKY C pe3MHOBOM ITpodKoi.

(M3menensas penaxuusa, U3m. Ne 1).

2. HOATOTOBKA K UCIIBITAHHUIO

2.1. IlogroroBka yCTaHOBKM ISl OIIPENC/ICHUSI COICPXKAHHSA OPraHMYECKH CBSI3aHHOIO a3ota (CM.
IIpHwIoOXKeHHUe 1).

2.2. [lloaroToBKa HaBecCcoOK

2.2.1. Hcneitryemoe BeuiecTso B 3—7 MT (B 3aBUCHMOCTH OT IIpEeAIloIaraeMoro CouepXaHus a3oTa)
B3BEIIMBAKOT ¢ TOYHOCTHIO 10 0,002 Mr. IIpu coxkeHHH BeIECIB, COAECPKAILMX HATPOTPYIIIbI, K HABECKE
No6aBasIOT NMapagpuyH WM caxapo3y B KOJHUYECTBE OKOJIO S5 MI.

2.2.2. TBepnoe BelIECTBO BHOCSAT B IMPOOMPKY U3 KBAPLIEBOI'0 CTEKJIa MHKPOILIIIATEIICM.

2.2.3. Teepnoe r'urpoCKoONMYECcKOe BEIIECTBO B3BCINMBAIOT B NPOOHMPKE M3 KBApLEBOIO CTEKJIA C
IIPUTEPTON IIPOOKOH.

2.2.4. Henery4yyio XUIKOCTb INOMEUIAIOT B IMPOOMPKY U3 KBAPLIEBOIO CTEKJIA CTEKJISSHHBIM KaItWLIs-
POM.

2.2.5. Jletydyyro XMIOKOCTb OTOMpPAIOT B TOJCTOCTEHHBIM KBaplUEBBIH Kanmwuisgp, B3BELIUBAIOT U
[TIOMEIAIOT OTKPBIThIM KOHLIOM B INPOOHMPKY H3 KBapLEBOro crekina miMHoM 90 MM, Ha nHe KOTOopoi
[IpeABAPUTEIBHO MOMEIIEHO HEOONbIIOE KOJIUMYECTBO OKUCH HHKENS, IPH 3TOM KOHEll KAanmWwuisapa He
IOJIXEH BBICTYIATh U3 ITPOOUPKH.

2.3. IIoOATOTOBKA K COXXEHHIO

2.3.1. I1pobupky 9c ucIIBITYEMBIM BEILIECTBOM 3aChIIAIOT Ha 3/, 00beMa OKHCBHIO HUKEJIS  ITOMEILA0T
B IIMPOKYIO YaCTh TPYOKH IJIS1 COXXKEeHUA [0 OTKPBITHIM KOHIIOM B CTOPOHY HAMOJHUTENS HA PACCTOSIHUU
npuMepHo 60 MM oT Hero. TpyOKy ISt COXOKEHHS 3aKphIBAIOT IIPOOKOIA.

OTCOCANHSIIOT OT YCTAHOBKM MHUKPOKPAH ¢ MHKPOA30TOMETPOM (CM. YepTeX), OTKPHIBAIOT KpaH I2 U
MPOITYCKAIOT Yepe3 TPYOKY YIVICKMCJBIA ras B TeUeHHE IIpuMepHo 5 MuH. [IpHcoenMHAIOT K yCTAaHOBKE
MUKPOKpPaH J U MHKPOA30TOMETpP, I[IpedBAPUTEIbHO CIIYCTUB BHH3 PACTBOP €0KOI0 Kajau (IUISI 3TOro
OTKpBIBAIOT KpaH MHUKpOa3oToMeTpa 4), U, OTKPbIB MUKPOKpPAH 5 Ha 2—3 MHH, IPOAOJ/IKAIOT ITPOITYCKATh
yryiekucaelid ras. Ilociae 3Toro MUKpoKpaH J 3aKphIBaIOT ¥ HAITOJHAIOT MUKPOA30TOMETD PACTBOPOM €AKOTO
KaJIu.
OTKpbIB OCTOPOXHO MMKPOKpPaH J, NPONOKAIOT ITPOITYCKaTh VIJIEKUCHBIH ras, n1oOMBasich TOroO,
YTOOBl MHMKPOIY3BIPbKHM TOAHUMAIMCH C IMOBEPXHOCTH PTYTH OO BEpXHEH 4YacTH MHUKpPOA30TOMETpa He
OBICTpee YeM Ha OOMH IY3bIpeK 3a 2 CE€K, MOYTHU MOJHOCTHIO MMOIJIONIASICh PACTBOPOM LIEJOYM B HIDKHEH
IIUPOKOH YaCTH MUKpPOA30TOMETpA.

2.3.2. 3akpsiBaloT KpaH 12 anmapara Kumnnma m MUKPOKpaH S MHKPOa3oToMeTpa M YCTaHABIMBAIOT
npeasaputTebHO HarpeTyio 1o 800 °C saexkTporopeliKy 6 Ha TpyOKy IUISL COXXKEeHHS B MECTE HAIIOMHEHUS
€€ OKMCHIO MeIH 7 K aaekTporopenky (8a), Harperyio no 600 °C, B MecTe HarnoyHeHusT BOCCTAHOBICHHOMN
MEIbIO Ha BCe BpeMsi OIIbITA.
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CxemMa YCTAHOBKH NI ra30METPHYECKOr0 MEKPOOTAC/ICHUS a30TA
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Jnexkrporopenaky &, Harpetyio 10 900 °C unu Beile (B 3aBUCUMOCTH OT TEPMOCTOMKOCTH UCIIBITYEMOTO
BEILIECTBA), CTABST Ha TPYOKY Ha pacCTOSIHUH ITpuMepHo 60 MM OT 3aKphITOro KOHI1IA NPOOHPKH C HABECKOI.
MUKpOKpaH J IIPHOTKPHIBAIOT U BBITYCKAIOT U3OLITOK YIJIEKMCIIOrO ra3a, [epeaBurast 3JIeKTporopeky & B
cTOpoHy amnmapara Kurmnma 14, no paccrosHuss 20 MM oT GOKOBOTO OTBOJA TPYOKM.

3aTeM 3JIEKTPOropeiIKy & epeHoCAT, He NepeBUras 1o Tpybke, Ha OTKpbIThIN KOoHel[ npoOupku 9.

Korna BeigesieHue YIJIEKUCIIOro ra3a IpeKpaTUTCsl, 3aKpbIBAIOT MUKPOKPaH J, OTKPBHIBAIOT KpaH 4 U
BBITECHAKOT COOpaBIUYIOCA B MUKPOA3OTOMETPE IIEHY INOMHSITHEM IpyIUM [, 3aT€M 3aKphIBAIOT KpaH 4 U
[IOJIHOCTBIO OTKPHIBAIOT MUKPOKPAH J.

2.3.1, 2.3.2. (A3Menennasn penakuus, U3m. Ne 1).

3. TIPOBEAEHUE UCIIBITAHUA

3.1. s coxckeHUsT HABECKH 3JIEKTPOropeiKy & MeIJIEHHO ABHUTAIOT B CTOPOHY HaBecKM He Oojee
yeM Ha 3 MM, NepHOAMYECKH OCTaHaBJIMBag ee, HaOMomaloT 3a IMHPOJU3OM HABECKH IT0 HU3MEHEHHIO
IaBJI€HH1sI B CHCTEME.

s 3aBepHieHUs MUPOJIK3a JIEKTPOropesiKy Heo6XomuMo 3ajepxkaTh Hal UCIBITYeMOM HaBeCKOM B
Te4eHUEe 5—7 MMH, IOCJE ITOro 3NEKTPOropeJIKy MpoJOo/DKAIOT IBHUTaTh B CTOPOHY almapara Kuimna,
Habionas 3a TeM, 4ToObl IIy3LIPEKH a30Ta IPOXOMIIH B MHKPOA30TOMETP CO CKOPOCTBIO 1—2 B CEKVHIY.

3.2. Korna snexrporopeika & 6yner npoIBHHYTA Ha paccTosHHe okoJio 20 MM oT 6okoBoro oTBoaa
TPYOKH, 3aKpbIBAIOT MUKPOKPAH 5 M OTKpHIBAIOT KpaH I2. [ToTOM OCTOpPOXHO OTKpBIBAIOT MUKPOKpPaAH S
HAaCTOJIBKO, YTOOBI ITY3bIPbKHU I'a3a JBHUIaJUCh OBICTPO, HO HE CJIUBAIMUCEH B OJHY CTPYIO.

DNEKTPOTOpeNnKy & MepeaBUraloT Ha3am K HEIIOABVKHOM 3JIeKTporopenke 6. MUKpokpaH S 3aKkpbiBa-
10T, JIEKTPOropenk 6 H & CHUMAIOT.

3.3. JIn MNOJHOrO BBITECHEHMS a30Ta M3 TPYOKH IJIS COXOKEHHS MUKPOKpPaH 5 OCTOpPOXHO
OTKPbIBAIOT.

[Ipu nosiBjIeHUM MUKPOITY3LIPHKOB MUKPOKPAH S 3aKphIBAIOT.

3.4. IlogHuMaroT ypaBHUTEJIBHYIO Ipyuly I Tak, YTOOBI YPOBEHDb pacTBOpa IIEJOYH B HEll COBITANAI C
YPOBHEM DACTBOpA IUEJOYH B MUKPOA30TOMETPE. YPABHUTEIBHYIO I'PyIy 3aKpeIVISIIOT Ha LITATHRE.

Yepes 30 MuH oTMeYaroT o6seM a30Ta B MUKPOA30ToMeTpe ¢ TouHocThIo 70 0,001 cMm?, TeMmepaTypy

BO3[yXa, OKpYXalWero MHUKpoaszoToMeTp, — ¢ ToyHocThio f0 0,5 °C u atMocdepHoe naBieHHEe — C
TOYHOCTRIO n0 (),1 MM pT. CT.
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4. ITOACHET PE3YJBTATOB UCIIbITAHUA

4.1. Conepxanue azora (X) B IpolIeHTaX BRNUCISIOT 10 dpopMmyJie
X= V' Gl ' 100
G ]
roe V — MCTUHHBINA 00beM a30Ta, cM>;
G — HaBecKa BellecTBa, MT,
G, — Bec 1 cM? a30Ta IIpu TeMIiepaType OKpYyXalolero Bo3xyxa ¥ JaBJIeHHH P, MT.
IlasneHue (P) B MM PT. CT. BBIUMCISIIOT IO popMyie

rae P, — atMocdepHoe naBieHUE, MM pT. CT.;
P, — pasneHue BoxsiHoro mnapa Hag 50 %-HbIM pacTBOpOM €AKOro KAJIM IPH TEMIIEpaType OKpYXalo-
HHIero BO34yXa, MM PT. CT. (CM. IIPIWIOXEHHE 3).
Hctunnpl obreM azora (V) B MWUTWINTPAX BRIYHCIISTIOT 1O popMyJie

V= V,—0,02VtV,,

rae ¥, — oOpeM a30Ta o MUKPOA30TOMETPY, CM?;
V, — rnonpaBKa HA MMKPOa3O0TOMETp, CM>.

4.2. Pacyer pexoMeHIyeTCs ITPOBOIUTH C UCITOJB30BaHUEM TabauL Jorapudpmos (g G), npuBeaeHHBIX
B NMPWIOXEHUH 2.
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ITPHITOXEHHE |

1. YcraHoBxa A4 ra3oMeTpHIECKOro MUKpoonpeeJenna a3ora (CM. 9eprex)

1.1. Ilpumensemwe npubopw u annapamypa

MuxpoasoToMerp.

I'pyina creknsgHHass ypaBHHTEIbHAs BMECTUMOCTEIO 75—100 cMm3.

Tpybka ¢ 60KOBBIM OTBOJAOM IIST COXCKEHHMS M3 IPO3pavyHOro KBaplLEBOro Crekna.
DNEKTPOropesIKu THIIa MA—-I“/6P, Ha 900—1100 °C.

JIATP-1 tuna 9A.
Tepmomerp Topmoanexrpuueckuii o 'OCT 6616—94.

IIpobyipxu U3 MpospayHoro KBapleBoro cTekKiia i B3sITHA HaBecoK 0e3 npoboK M ¢ NpUTEPTHIMH NpoOKaMu
pmuHot 70 1 90 MM HapyXHBIM TUaMeTpoM He Dojiee 9 MM.

Kamwuisgps M3 IpocToro ¥ KBapLEBOro CTeKa.

Tpy6ku pe3suHOBbIe, BAKYYMHBIC BHYTPEHHHM AMaMeTpoMm 1 U 2 MM.

Bara crexknsHHask.

[Ipobxu pe3suHoneie no HIJ Ne 10, 24, 27.
Acbect xpusorunossii mo I'OCT 12871-—-93.

(A3Menennas pexaxuus, M3m. Ne 1).

2. ITonroroBka YCTAHOBKH K MCILITAHHIO

2.1. KanubpoBaHue MUKpoal3oTOMEeTpa
2.1.1. I'panypoBaHHYIO YacTh MMKpPOA30TOMETpaA OTpe3aloT Ha 80 MM HIDKEe IpaiyupoOBKHM M YCTAaHABJIMBAIOT
CTPOro BEPTHUKANBLHO KpaHOM 4 BHM3. KpaH 4 cMa3BIBAaIOT BHYTPM Ba3¢HHOM M 33KPHIBAIOT.

I'panyMpoBKY MMKpOa30TOMETpa OCYILECTBISIOT CICAYIOIIHUM 00pa3oM:
BBOAST NpuMepHo 0,1 cM> pTYTH U 3aMepsIOT ee 00beM B MUKPOA3OTOMETpe. 3aTeM NEpPeHOCAT M3MEpPEHHbIH

00bEM PTYTH B IIPEABAPHUTEILHO B3BCIHCHHYIO OIOKCY M B3BEUIMBAIOT HA aHATUTUYECKHMX Becax ¢ TouHOCThIO 00,0002 T
B 6i0kcy 106aBagI0T HOBYIO ITOPLIMIO PTYTH, [IPUMEPHO COOTBETCTBYIOLLYIO 00beMy 0,1 cM3, B3BeluBAIOT M NEPEHOCAT
BCE KOJIMYECTBO PTYTH M3 OIOKCH B MMKpoa3zoroMeTp. CHOBa U3MepSIOT 0OBEM U T. . I10 BCEH rpaiyMpoOBaHHOM 4acTH

MMKpPOA30TOMETpA.
O0BEM PTYTH B MUKPOA3OTOMETPE OTCYHUTHIBAIOT ITPH ITOMOIIM JIYTIHL.

2.1.2. ActHHBIN 06BeM Kaxao# mopuuu pryTd (V) B MIUUTWINTpaxX BHIYHCASIOT 1o popMyie
V = 0,07355(1+0,000182/) G,

rae 0,07355 — ob6veM 1 r pTyTH, CM3;
0,000182 — cpeonmit xoadpduimenT paciuMpeHus pTyty ot 0 °C 1o KoMHaTHOM TeMIIepaTypHI;
! — TeMneparypa OKpyxarlero Bo3nyxa, C;
G — BeC pTYTH, T.
2.1.3. Ilompasky k rpanyHpoBke MukpoasoToMerpa (V;) B MWUIWIMTPAaX BRIYHMCASIOT 110 dopMyiie

V, = V—V, (1pn Bo3pacraioliei roIpaske);
V, = Vi—V (npu yonIBaroleH morpasxe),

rane ¥V — HCTHHHBINA o6beM ONHOM MOPLIMH PTYTH, CM°;
V; — oObeM 3TOM Xe FIOpPLUHM PTYTH, H3MEPEHHBIA 110 MMKPOa30TOMETPY, CM>.

KanubpoBaHHe MHUKpOA30TOMETpa JOIYCKAaeTCs IPOBOIHUTH JIOOLIM CHIOCOOOM, JAIOIIMM TaKYIO Xe TOYHOCTH
rpaly¥pOBKH.

2.1.4. TIpokanuOGpoBaHHYIO YacTh MHKPOA30TOMETpa NMPHUIIAMBAIOT K HIXKHEH yacTH MHUKpoasoToMeTpa (2).

K HuxHeMy OTBOAY MMKpPOA3OTOMETPa IPUCOSAUHSIOT BCTHIK MPHU IIOMOIIM TPYOOK M3 BAKYYMHOM pPE3HHLI
MHMKPOKPaH J, LUTN(QBI KOTOPOTo NpeABapUTE/IbHO CMa3aHbl M pacUIMpeHHas YacTh ero HarnojHeHa crexinoBaToi. Ilocne
yero MMKpOKpaH 3aKphIBalOT.

BepxHuit OTBOX MMKPOA30oTOMETPA COENWHSIOT C YPaBHUTENLHON rpymieil nmpv ITOMOINM PE3WHOBON TpYyOXH
wiiHo# 730—800 MM. Yepes ypaBHUTENBHYIO I'PYLIY HAIMBAIOT CHaYa)yia PTYTh B MUKPOa30TOMETP TaK, YTOOR! YPOBEHD
ee OBUT Ha 3 MM Bhillle HHXHEro G0KOBOro oTBOAa, IOCJE Yero YpaBHMTEIBHVIO IPYIY HAIOJHAIOT Ha 3/4 obreMa
50 %-HBIM pacTBOPOM €0KOIo KasIH.

22. lloproToBka annmaparta Kunmna

2.2.1. Ilpumensemsie peakxmuagbl u pacmeopu:

Ptyts no TOCT 4658—73.
Kucnora consinaa mo 'OCT 3118—77, pasz6asienHas 4:1.
Boaa mucrmwmmnposanHas o 'OCT 6709—72.

I'nuuepuH o 'OCT 6259—75.
MpaMmop anexTpoaHbi 1o I'OCT 4416—94; roTosaT ciacayiOMIMM oOpasoM: KycKH MpaMopa oOpabarhiBaioT
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5 %-HbIM pacTBOPOM COJIAHOHN KMCHOTHI B TEUEHHE 5 MMH, pacTBOpP KHCJIOTHI CIMBAIOT, & MPpAMOp 3IMBAIOT BOAOU H
KUTIATAT €ro B TCYCHNE 2—3 4, NIepUOANYECKM MCHAS BOOY O TeX MOp, [1I0Ka OHa He CTaHeT IIPOo3pavyHol.

MpaMop A0 3arpy3km B anmapar Kurnra HyXHO XpaHMTh 1o Boaoi.

2.2.2. 3apaoka annapama Kunna

[Ilnndnl 1 KpaHe! CMa3biBalOT TOHKHM CJIOEM Ba3eJIMHA.

Bepxuuii LIap BOPOHKM INPMCOSOMHSIOT K LIApYy peakTopa NpH TOMOINM KpaHa [3 U CTEKIAHHBIX TpPYOOueK,
COCIHHEHHLIX BAKYYMHBEIMH DPEe3MHOBBIMM TPYOKAMM.

B pe3nHOBYIO NPpOOKY BEpXHEro 11apa BCTABAAIOT 3alUMTHYIO BOPOHKY, B FTOPUM30HTANBHYIO HaCTh KOTOPOH BBOJAT
PTYTh, CBEPXY CJION IIMLIEPHHA OKONO 1 CM> U 3aBA3RIBAIOT Maplei.

IHomnyckaeTcsl TpUMEHEHME APYTOTO XHUIKOCTHOIO 3aTBOPA.

IIfap peaxropa 3aKkprIBaIOT pe3HOBOM npodxoit Ne 24 ¢ xpaHoM /2. KoHel xpaHa, HaxonaLMics B peakrope,
3arHYT ITIOYTH JO Bepxa peaxkropa.

[Hap peakTopa 3anoNHAIOT Ha °/, o6beMa KyckaM¥ MpaMopa M IUIOTHO 3aKphIBalOT IpoOKoii.

Annapar Karnma noMewarT B BRITSOKHOM WiKad U HAYWHAIOT 3aIMBaTh PaCTBOPOM CONAHOM KHCAO0Th. 11pH 3TOM
KpaHnb! anmnapata Kunma 72 v 13 no/oxHbel ObiTh 0053aT¢NIbHO 3aKphiThl. Koraa BepXxHMA 1ap BOPOHKM HAIOJNHAT Ha
3/, o0bEMa CONAHON KMCIOTOM, OTKPHIBAIOT KpaH /3, yToORl CONHAA KMCJIOTA CITyCTWJIach B OCHOBAHME PEaKTopa,
3aTe€M 3aKphIBAIOT KpaH I3 B CHOBa HaJMBAalOT KMUCJIOTY B BEpXHHI 11ap BOPOHKH.

STH oIlcpalMH IOBTOPAIOT IO TeX ITOp, I10Ka OCHOBAaHME peakTopa He OyleT 3all0IHEHO COJAHON KUCIJIOTOH U
yPOBEHb KMC/IOThl B BOPOHKE 1lIapa He YCTaHOBMTCH Ha 1/, ero oO6bema. [Ipu 5T0M HyXHO cneamTh, 4TOObI KMCIIOTA HE
coripyKacajgach ¢ MpaMOpPOM B peaxKTope.

Bosnyx u3 peaxropa Kumna BHITECHSIOT CaeAVIOIIMM oOpa3oM: OTKpHIBAIOT KpaH /3 Ha Takoe BpeMsl, YTOORI
KHMCJIOTA YCIIe/IA TOJAbKO KOCHYTBCA MpaMopa B peakTope, M TOTYac Xe KpaH 3aKphIBalOT. 3aTeM OTKPHIBalOT KpaH /0
Ha | MHH U1 TOrO, YTOOBI BRLISJIMBUIMICA VITIEKHUC/IBLIN ra3 BRITECHII BO3IAYX M3 peakTopa, M KpaH 3aKphIBAIOT. DTY
onepaiuio rosropsior 20—30 pas.

[Iponecc BeITecHeHMs BO34yxa M3 anmapata KHrimna go/mkeH npoBOAMTLECHA MEUIEHHO M OCTOPOXHO, YTOObI He
[IPOMU3OLILTO BEIOpOCA COMAHON KHMCAOTH M pa3OphIsrMBaHUA PTYTH U3 3ALIMTHOM BOPOHKH.

2.3. KBapiieByio TpyOKy /I COXCKEHHS 3aMOMHAIOT OKMCHIO MeIN C/IedyIOIUM oOpa3oM: B OTTAHYTRIN ¢€ KOHEI]
BCTARIAIOT acHeCcTOBYIO NPOOKY cnoeM 3—4 MM, CJIerka YIDIOTHSIA ¢, 3aTeM 3aTl0THAIOT OKUChIO MeaM cioeM /0—80 Mm
M CHOBa acOecToBOM NnpoOKoi cnoeM 3—4 MM. Jdanee xBapueBy1o TpyOKyY 3arioHIOT BOCCTAHOBIICHHON MEIbIO CIOEM
40— 60 MM H 33KpeIUISIOT acOeCcTOBOH MPOK/IIAAKOIL.

(A3menennan penakuua, Mam. Ne 1),

2.4, IMpobupxku M XamwuIsipsl U3 KBapHEBOTO CTEKIIa NIPOKAXHBAIOT B TeueHHe 15—20 muu nipu (900+£350) °C.

25. llpoBepKa TEPMETHYHOCTH YyCTAaHOBKH

2.5.1. IloarororieHHbBIe YacTH YCTAHOBKM COEIMHSIOT BCTHIK C [IOMOLIBLI0 PE3MHOBBIX BaKYYMHBIX Tpybok
ITHHOM 25—30 MM, nTpeIBapyUTEIbHO CMa3aHHBIX BHYTPH TOHKHM CJIOEM INIMLEPHHA, B CJIEAYVIOLLEM MOPSIKE:

OoKOBOH OoTBOA TpYOXM s coxckeHus 10 coemMHSIOT ¢ Z-0o6pa3Hoit Tpyokoit 11, 3ariofIHEHHOM CTEKJISIHHOH
BaTOi WA 3ajepXaHud MapoB COJSHON KHUCIOTHI.

Tpybky 11 nnpucoeqMHSAIOT K KpaHy 12, uayuieMy oT armapara Kunna.

Tpybky IS COXOKSHHs MPOKANWBAIOT B TOKE YIVIEKMCIIOrO rasa, Uil 3TOro cjerka OTKpPBIBAIOT KpaH I2Z2 u
HAJABUTAIOT Ha TPYOKY SJEKTPOTOpPesKY, NpEeABapUTEeJIbHO Harperyio o remreparypul (900150) "C (anexrporopenky
BKITIO4AIOT yepe3d npubop JIATP-1, teMiiepaTrypy H3MepsilOT TEpMONApoi).

[Tocne npokanuBaHWs TPYOKH OTTSHYTHIH KOHEL €€ OXJIAXIAIOT Y NIPHUCOSAMHSIIOT K MMKPOKpPAHY 5 PE3UHOBOM
BAKYYMHOM TpPYOKO¥, uMelolie# BHYTpeHHHH anaMerp | MM.

Onepalio IpoKaiuBaHMA TpPYOKM B TOKE VITICKUCIIOIO rasa IIPOBOISIT €XCIHEBHO Iiepel IIPOBEHACHHEM
VICITBITAHUS.

OTtkppiBasi KpaH 4, 3aTeM MMKPOKpPAH J, MPOITYCKAIOT VIIEKHMCIbIA ra3 B TedeHue 2—3 MHH, 3aT€M MHKPOKpaH
5 3aKphbIBAIOT.

MukpoasoTomeTp 3 npu OTKPHITOM KpaHe 4 3allONHAIOT Ha 2/, pacIIMpeHHO¥ BepxHel yacTy ero 50 %-HbIM
PacTBOpPOM €AKOTO KaNH, noaHuMas rpyury I. Ilocse 31oro HyXHo 3aKpbiTh CHavyana KpaH 4, a noTtoM kpaH IZ (or
annaparta Kunmna). CHoBa oTKphIBaIOT MUKpOKpaH 5. OTCyrcTBHE IMy3BIPHKOB I'da3a B MHKpPOa30TOMeETpE YKa3hiBaeT Ha
repMETUYHOCTE COOpPAaHHOH YCTAHOBKM.

2.5.2. [locne TMpOBEpKH TEPMETHYHOCTH YCTAHOBKM IIPUCTYNAIOT K IPOBEICHMIO XOJOCTOrO OIIPEACTICHMS,
KOTOpO€E IPOBOMAT B TOM XeE INOCIEHOBATE/IBHOCTH, YTO M IIPH COXCKEHHWM BELIECTB, HO 0€3 NMpOOHUPKM C HABECKOM.
Pe3ynbTaThi ABYX Napa/UleNIbHBEIX OIpeae/IeHHi o oObeMy ra3a B MMKPOA30TOMETpE He JOJDKHBI npeBuiiuarsh 0,01 cMs.

KoHTponbHOE onpenesieHUe CONEpXAHHs a30Ta IPOBOIST HA XHMMUYECKM UMCTBIX BelllecTBax: KapOasole,
alleTaHWIMAe, CUHTOMHIIMHE, (PEHALIUTHHE U IIP.
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Penaxrop JI.H. Haxumosa
Texruudeckut penaxkrop J1.A. Ky3neyosa
Koppexrop P.A. Menmosa
KoMmnplorepHas Bepcrka B.HA. Ipuwenxo

HMan. aun. Ne 021007 ot 10.08.95. Caano B Habop 25.02.99. [Tommicano B nedats 05.04.99, Yen. ned. 1. 1,40,
Yu.-u3n. a. 0,90. THpax 142 3Kx3. C2502. 3ak. 303.

HUITK Hagarenascrso cradpapros, 107076, Mocksa, Kononesnsri nep., 14.
Ha6pano B M3narenscrse Ha [1DBM
Ouwmuan UITK UsnatenscrBo cradxaptos — tvn. "MockoBokuid redatHuk”, Mocksa, /Isamuu nep., 6.
[Lnp Ne 080102
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