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rOCYOAPCTBEHHbIA CTAHOAPT PECNYE/IMKN BENAPYCb

HE®Tb CbIPAA
MeTtoabl onpeaeneHUs COAEPXaHUS OPraHMYECKUX XNopuaos

HA®TA CbIPAA
MeTtaabl BbI3HAY3HHA 3MSWYIHHA apraHiuHbIX Xnapbigay

Grude Oil.
Standard Test Methods for Determination of Organic Chloride Content

JAarta BBeaeHun 2006-01-01

1 O6bnacte npuMeHeHUA

1.1 Hacrosiwmin ctanaapT yCTaHaBnMBaeT METOAbI ONpeaeneHns CoaePKaHNusA OpraHu4eckux Xropuaos
(Npu coaepXaHMn OpraHUYECKn CBA3AHHOTO xnopa 6onee 1 MKI/r) B Cbipoi HEHTU C NPUMEHEHNEM NEPETOHKN
1 MeToAa BOCCTaHOBMNEHUA BudbeHnna HaTpua unu NepPeroHkn U METoAa MUKPOKYTIOHOMETPUMN.

1.2 MeTOoAbl HACTOSILLEro cTaHaapTa npeaycMaTpuBaloT NeperoHky UCNbITyeMbix Npo6 cobipoi HedTu ¢
uenbio nonyyYeHus dpakumm HadThl ANa onpeaeneHua coaepxanHua xnopuaos. B atom cnyyae cogepxanune
XNOpUAOB onpeaenslT BO pakuyum HagpTbl HeoTOEH3uHeHHoW HedTu. (UMHdopMauus o dakrTopax,
MeLlalLWmnX onpeaeneHunto, npuseaeHa B pasaene 5.)

1.3 MeTogoM A onpeaensioT CoAepKaHe OpraHU4eckux XNopuaoB B NPOMLITON dpakuun HadTbl ChIPoi
Hed T NyTemM BOCCTAHOBNEHUS BudeHUna HaTpus, UCNonNb3ys NOTEHLIMOMETPUYECKOE TUTPOBAHME.

1.4 MeTtogom B onpeaensioT cogepkaHue opraHM4eckux XnopuaoB B NpOMbIToN dopakumm HadThl ChIpon
HedTH NYTEM CXKUraHWA B Cpefie Kucnopoaa u nocneayowero MMKPOKYTIOHOMETPUYECKOro TUTPOBAHMUS.

1.5 3HayeHus, BbipaxkeHHble B eanHuuax CU, cneagyet cuutaTb CTaHAApPTHbIMK. [N BbIPAaXEHUSA KOHLEH-
Tpauum npeanoYTUTENBHEE UCNOMB30BATL MUKPOrPAMMbl XMOPUAOB HA rpaMM Npoodbl.

1.6 Hacroawmi ctaHpapT He paccMaTpuBaeT Bcex npobnem 6e30nacHOCTU, €Cnu OHU CYLLEeCTBYIOT,
CBsI3aHHbIX C €ro NpuMeHeHneM. MNMonb3oBaTenb HACTOALLEro CTaHAapTa HeCeT OTBETCTBEHHOCTL 3a CoOnIo-
JeHne TexHMKn 6e30nacHOCTU U OXpaHy 340pOBbSA U onpeaenseT Heo6x0AUMOCTb MCNONb30OBAHUA PErynu-
PYIOLLMX OrpaHUYEHUn 40 Havana ero NpUMeHeHus.

2 HopMaTuBHBIE CChINKN

CraHaaptbl ASTM":

ASTM D 86 CtaHaapTHbIM MeToA neperoHkn HedhTenpoayKToB NPU aTMOC(EepHOM AaBneHNU

ASTM D 1193 Boga. TexHu4yeckue ycnosus

ASTM D 4057 YcTaHOBMBLLAACS NpaKTUKa Py4YHOro otéopa npo6 HedTn U HeTENPOAYKTOB

ASTM D 4177 YcTaHOBUBLUAACA NpaKkTMKa aBToOMaTM4eckoro otéopa npob Hedhtu n HedpTenpoaykTos

ASTM D 6299 PykoBOACTBO NO NPUMEHEHUIO METOAO0B BLIGOPOYHOIO CTAaTUCTUUECKOrO KOHTPONA Kaye-
CTBa AMNA OLEHKN PYHKLMOHMPOBAHUA CUCTEMbBI AHANUTUYECKUX USMEPEHWI

D UHcpopMaLio 0 CebINOUHBIX CTaHAAPTax MOXHO HaifTU Ha BeB-caiiTe ASTM www.astm.org Unu nonyunTs B cnyx6e
Aap o
paboTbl ¢ noTpebutenaMu no agpecy service@astm.org. MHdopmaumio o ExxerogHuke ctangaptos ASTM MOXHO HanTu
Ha cTpaHule Document Summary Ha Beb-caiiTe.

M3paHue oduumansHoe
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3 CywHoCTb MeTOoAa

3.1 CbIpyio He(bTb NEpPEeroHAI0T ANA NonyYeHun dpakumn HadThl, kunsien npu Temneparype 204 °C
(400 °F). MeToA neperoHkn aHanorMyeH Metoay Ana HepTenpoaykToB, nanoxeHHoMy B ASTM D 86. dpakuuio
HaTbl NpU HEOBXOAMMOCTU MHOTOKPATHO NPOMBIBAIOT PACTBOPOM LLENOYM ANsi U3BNEYEHUS] CEPOBOAOPOAA.
dpakyuio HadTbl, CBOOOAHYIO OT CepoBOAOPOAA, NPU HEOBX0AUMMOCTM NPOMBLIBAIOT BOAOW ANS M3BNEYEHUs
HEeOopraHM4YeCcKnx rasoreHnaoB (Xnopuaos).

3.2 CyuwjecTByeT ABa anbTepHaTUBHLIX METOAA ONpeaeneHus coaepXKaHusi OpraHU4eckux Xnopuaos B
NPOMbITON PpakumMmU HaAPTLI.

3.2.1 MeTop A. BocctaHoBneHnue 6udeHuna HaTpua u NOTeHLUUOMETPUA

MpombITyio dpakumio HadThl B3BELLMBAIOT U NEPEHOCAT B AENUTENLHYIO BOPOHKY, COAEPKaLLl0 peareHT
6udpennn Hatpua B Tonyone. PeareHt GudbeHun HaTtpusa npeacrasnseT cobOM XUMWYECKOEe COeAUHEeHue
HaTpus u 6edpmHuna B AMMETMIIOBOM achupe sTuneHrnukons. CeoboAHbIE paaMKanbl 3TOr0 peareHTa crnocoocT-
BYIOT ObLICTPOMY MpPeoOpa3oBaHMIO OPraHUYEcKOro Xnopuaa B HEOPraHWYeckwii ranoreHus. B pesynbrate
MeTannu4yeckuin HaTpPUil NpeBpaLLaeTcs B MeTannopraHudeckoe coeauHeHune. M3bbITok peareHTa pasnaraior
noakucneHnem cmecu u dasbl pasgensior. BogHyio dasy ynapusaiot o o6bema 25 — 30 mn, gobasnsior
aLeToH U pacTBOP TUTPYIOT MNOTEHLIMOMETPUYECKHU.

3.2.2 MeTtop B. Cxxuranve u MUKPOKYNIOHOMETPUA

dpakunio NPOMbITON HadTbl BBOAAT B NOTOK rasa, cogepxawero okono 80 % kucnopoaa u 20 %
WHEPTHOTO rasa, HanpuMep aprola, renus unu asota. a3 u npo6a npoxoaAT yepes TPyoKy Ana CKUrawus, B
KOTOPON nNoaaepxKuBaloT Temnepatypy okono 800 °C. Xnop npeo6pa3syeTca B Xropua U OKCUXNopua, Kotopble
3aTtem NOCTynalT B AYEWKYy ANS TUTPOBAHMA, B KOTOPOW OHM BCTYNAKOT B peakuuio ¢ uoHamm cepebpa.
M3pacxonoBaHHble Takum 00pa3om MOHbI cepebpa BoccTaHaBnUBAOTCA. O6WMIE TOK, Heo6GxoauMbIN ANs
BOCCTaHOBMEHUSA NOHOB cepebpa, NPonopLUUOHaneH CoaepXaHuio Xnopa Bo BBEAEHHbIX Npobax.

3.2.3 Peakuua npu BBEAEHUU XINOPUAOB B AYENKY ANA TUTPOBAHUA NPOTEKAET NO YPaBHEHUIO

Cl+Ag" — AgCI. ©)
3.2.4 OBpasoBaHne MOHOB cepebpa (Ag'), B3aNMOAENCTBYIOLLMX B AYEiiKe ANA TUTPOBAHUA, NpoTeKaeT
no ypaBHEHUIO
Ag° — Ag' + e @)
3.2.5 KonnyectBo MUKPOIKBMBANEHTOB cepebpa paBHO KONIMYECTBY MUKPOSKBMBANIEHTOB MOHA XNopuaa
TUTPYeMOi npobbl, NOCTYNAlOLWEN B S4EKy Ans TUTPOBAHUS.

4 3Ha4YMMOCTb U UCTIONb30OBaHNE MeToaa

4.1 OpraHuyeckue Xnopuabl SBNAIOTCA NMOTEHLMANbLHO ONacHbIMU ANns HedTenepepabaTbiBaOWMX NPo-
ueccoB. ConsiHasa kucrnoTa MoXxeT 00pa3oBLIBATLCS B peakropax ruapoovnucTku unu pucdopmmuHra u cobu-
paTbCsi B KOHAEHCUPYIOLLMX 30HaX 3aBOACKONW annapaTtypbl.

OpraHuyeckue xropuasl, cogepxawupecs B 60MbLUMX KOHLEHTpauusx, 3PMEKTMBHO HENTPanu3oBaTh
Henb35, 9T0 MOXET NPUBECTU K aBapuun.

OpraHu4yeckue xnopuabl He NPUCYTCTBYIOT B CbIPOW HEMTU U3HA4YanbLHO, 0ObLIMHO OHM 00pPa3yloTCA B
TpybonpoBoax unu pesepeyapax npu oboralieHun HedTu. Ons HedTAHOM OTPAcnu OYeHb BAXKHO NpumMe-
HATb €4WHble MeTOAbl OnpeAenieHns COAEpPXaHWA OPraHUYecKMX XropuaoB B ChiPON HEedTU, B YaCTHOCTH
ecnu 3T0 KacaeTcs 6e30NacHOro nepekayuMBaHus NPOAyKTa noTpedbutento.

5 Nomexun

5.1 MeTtoa A. [pyrue TUTpyeMble ranoreHnabl TakKe Aat0T NONOXUTENbHbIA curHan. K Takum coeauHe-
HUAM oTHocATCA HBr n HI.

5.2 Metog B. Opyrue Tutpyemole ranoreHnbl Takke Aat0T NONOXKUTENbHbLIA curHan. K Takum coeauHe-
Husim oTHocsaTest HBr u HI. B npucytcteun HOBr n HOI cepe6po B 0caaok He BbINnagaeT, Tak Kak 9Tu oKcura-
NoreHnabl He BCTYNAIOT B PEaKUMIO B SYENKe AN TUTPOBAHUSA, HO MELUaloT ONpeaeneHmnio npubnuanTtensHo
50 % MWUKPO3KBUBArNEHTOB NO 3TON peakuuun, perucTpupyembix B Buae curHana.

5.2.1 MeTtoa B npumeHsieTcs, ecnu obLiee cogepxaHue cepbl B Npobe npesbilaeT coagepxaHue xnopa
He 6onee yem B 10000 pas.
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6 YUncrora peaktusoB

6.1 [InA BCeX UCMbITAHWUIA JOMKHbI NPUMEHSATECA XUMUYECKUE peakTUBbI BbICOKOTO Knacca 4ncToTbl. Ecnu
He yKa3aHO MHO€, TO BCE PeaKTUBbl AOIDKHbI COOTBETCTBOBATL TPEGOBAHUAM TEXHMUECKUX YCnosuin Komuteta no
aHaJ'IVITI/I'-leCKIAM peakTuBam AMEPUKAHCKOrO XMMWUYECKOTO 0OLECTBA, rAe 3TU TEXHUYECKME YCNOBUA UMEIOTCSA
B Hanuuuu”. MoryT MPUMEHSTLCS PeakTMBbI APYFOro KNnacca YMCTOTbl, HO HEOBXOAUMO YCTaHOBUTb, YTO
CTeneHb YNCTOThI PEAKTMBOB MO3BOSIAT UX UCMONbL30BaTh 6€3 YMEHbLUEHUSI TOYHOCTH OnpeAeneHus.

6.2 Boay NpyMEHSIIOT, ECNW He YKa3aHo MHOe, COOTBETCTBYIOLLYIO Tpebosanuam ans Tuna lll no ASTM D 1193.

7 Mpoueaypa neperoHkn u oHYUCTKU. Annaparypa

7.1 KpyrnogoHHas konba ans neperoHku u3 OOPOCUNUKATHOrO CTekna BMECTUMOCTbIO 1 N C OaHOW
KOPOTKOW rOpfIOBUHON, UMEIOLLIEN CTEKNAHHBIN Wnud 24/40.

7.2 MNepexoaHuk u3 6OPOCUNUKATHOTO CTekna ¢ 6OKOBbLIM OTBETBMEHUEM, PACMONIOXKEHHLIM MOA YIIIOM
75° M UMEoLWMM CTEKNAHHbIN Wnnd 24/40.

7.3 TepmomeTp 2C ASTM (c AvanasoHOM usmepeHun ot munyc 5 °C ao 300 °C) unu tepmometp 2F ASTM
(c ananasoHom usmepenui ot 20 °C go 580 °C).

7.3.1 [Opyrue yCTponcTBa M3aMepeHus TeMmneparypbl, HanpuMep TepMonapbl MM TEPMOMETPbLI COMPO-
TUBMEHMWS, MOXHO WCMONb30BaTb B TOM Cryvyae, €Cnu nokasaHus, NoflyYeHHble STUMM YCTPOWCTBaAMM ANA
TOW Xe caMOr dhpakuuMm HadPTbl, COOTBETCTBYIOT MOKa3aHUAM, KOTOPbIE€ NOSlyyaloT NpU UCNOMNb3OBAHUK
CTEKMNAHHBIX PTYTHBIX TEPMOMETPOB.

7.4 MNepexoaHuK Ans TepMOMETpa u3 BOPOCUIIMKATHOTO CTEKNa C BHYTPEHHUM CTEKISAHHBIM wnudom 24/40.

7.5 XonoaunbHuk Jlnbuxa naz 60pocMnUKaTHOIO ctekna anuHon 300 mm €O CTeknsaHHbIMK winudamu 24/40,

7.6 BakyymHbIii nepexofHuK Ansa otbopa u3 GOpPOCUNMKATHOFO CTekna, U3OrHyThii noa yrmom 105°,
UMEIOLLMIA CTEKNAHHBbIE WNU LI 24/40.

7.7 MpuemHbIi LMnNMHAP u3 GOPOCUNMKATHOTO CTEKNA BMECTUMOCTLIO 250 M1 CO CTEKNSHHBIM LLMdom 24/40.

7.8 MpoBonoYHbIE 3aKMMbl Ne 24 Ans CTEKNSIHHBIX WAMGOB U3 HEPXKABEIOLLIEH CTanu.

7.9 MpuemMHag konbda ana negsHor 6aHN BMECTUMOCTbLIO 4 1.

7.10 MegHble TpyOku TeNNOOOMEHHMKA ANS OXIAXAEHUA BOAbI B XONOAUNBHUKE C HAPYXHBIM AUAMETPOM
6,4 MM 1 AnnHON 3 M.

7.11 OnekTpoHarpesaTtenbHbli KOXyx Glas-Col cepun 0, pasmepom 1 n, C BEPXHUM HarpeBaTesibHbIM
ANeMEHTOM MOLWHOCTBIO 140 BT U HMXXHUM HarpeBaTenbHbIM 9IEMEHTOM MOLLHOCTbLIO 380 BT.

7.12 Perynatop HarpeBa Ans perynupoBaHUs TemnepaTypbl BEPXHEr0 U HWXHEr0 HarpeBaTenbHbIX
9NeMeHTOB ¢ HanpskeHueM 120 B u cunon Toka 10 A, 2 wr.

8 PeakTuBbI U MaTepuans.l

8.1 AueToH, He cogepxalwmii xnopugos. (MpeaynpexaeHue. Ocobo onacHad, nerkoBocnnaMeHsemas
XKUAKOCTb, MTHOBEHHO BCMbixuBaeT. OnaceH Ansi 340p0BbA.)

8.2 Pacreop wwenouu, 1 M pacTtBop rugpokcuaa Kanus, NPUroTOBIEHHbIW C UCMONb30BAHUEM AUCTUII-
nMpoBaHHON (aenoHuaupoBaHHon) Boabl. (MpeaynpexxaeHne. MOXET Bbl3BaTb CUMNbHbLIE OXKOTU KOXU.)

8.3 [luctunnupoBaHHas (4eMoHN3NpoBaHHas) Boaa.

8.4 dunbTpoBanbHas Oymara, BatmaH Ne 41 unu 6ymara, paBHOLIEHHas M0 CBOMCTBAM.

8.5 Cmaz3ka Ans 3anopHbIx kpaHoe™ .

8.6 Tonyon, He cogepxalumii xnopuaos. (MpeaynpexaeHue. JlerkoBocnnaMmeHsemas XxuMakoctb. OnaceH
AN 300pOBbLA.)

2 Xumuueckue peakTuBbl. TEeXHUYECKNEe YCNOBUA AMEpUKaHCKOro xummudeckoro obuyectea, Washington, DC. Peko-
MeHAaLun no npoBeAEeHU0 UCTIbITAHUA PeaKTUBOB, He yka3aHHBIX AMEPUKaHCKUM XMMUYECKUM OBLLEeCTBOM, UMEIOTCA B
Analar Standards for Laboratory Chemicals, BDH Ltd., Poole, Dorset U.K., United States Pharmacopeia and National
Formulary, U.S. Pharmaceutical Convention, (USPC), Rockvnle MD.

) EANHCTBEHHBIM NOCTABLUMKOM CMaski AN 3amMopHLIX KPaHOoB, cUAMKoHa Dow Corning, M3BECTHON KOMMUTETY,
HBJ‘IHETCH kopnopauus Dow Corning, Corporate Center, PO Box 994, Midland, MI.

4 Ecnm naBecTHsl fpyrie nocTasLLMKW, Npockba coobLMTL O HUX B MeXAYyHapoaHyto wrab-ksapTupy ASTM. Bawum
KOMMeHTapun GyfyT BHUMAaTenbHO PacCMOTPEHbl Ha 3acefaHuUW OTBETCTBEHHOMO TEXHUYECKOro KOMWTETa, KOTOpblii
MOXHO NOCETUTb.
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9 Ot60p nNpod

9.1 MNpoby Ana ucnbiTaHui 0TOMPAIOT B COOTBETCTBUK C TpebOBaHUAMM, n3noxeHHbiMn B ASTM D 4057
unu ASTM D 4177. Anst UCKNIOYEHUs1 NOTEPb NETY4YUX KOMMOHEHTOB, COEPKALLMXCS B HEKOTOPbIX Npobax,
He crieayeT OTKpbIBaTb COCya ¢ npoboi Ha Bonee aAnuTenbHOe Bpems, Yem 9TO0 Heobxoaumo. Mpobbl cneayet
UCMbITbIBATL N0 BO3MOXHOCTU Cpasy e nocne otbopa ux oT napTuu NpoayKummn, YToObl UCKIIOYUTL NOTEpU
OpraHM4yecKMX XmopuaoB UK 3arps3HeHne BCrieACcTBME BO3AEWCTBUSA UMM COMPUKOCHOBEHUS C COCYAOM, B
KOTOpOM HaxoauTcsa npoba. (MpeaynpexaeHune. MNpobbl, 0TOOPaHHbLIE NPKU TEMMNEPATYPE HUXE KOMHATHOW,
MOTYT pPacLUMpUTLCA U paspywuTb cocya. Ona Takux npo® cocyn AOBEPXY HE 3anonHsAOT, a OCTaBnsoT
[0CTaTOYHO BO3AYLLUHOTO NPOCTPAHCTBA HaZ NPOBOI C y4ETOM BO3MOXHOTO €€ PacLUMPEHUS.)

9.2 Ecnn npoba He mcnonb3yeTcs cpasy ke nocne otbopa, ee TwaTenbHO NepemeLumBaloT B cocyae
KaXkablii pa3 nepen Tem, kKak otobpatb UCMbLITYEMYIO MOpumio. [ns HEKOTOPbIX UCNbITYEMbIX Npob MOXeT
notpeboBaTLCA HarpeBaHue Ans AOCTUXEHUA uMu ogHopoaHocTu. (MpeaynpexaeHue. B Tom cnyyae, ecnu
TpebyeTca HarpeBaHue npobbl, HeobxoauMo obecneynTs, YTOObLI XMopuabl, cogepXxawmueca B CMeCU yrne-
BOJ0POA0B, HE paspyLLanuck.)

10 MoaroToBKa annapartypbl

10.1 BClo CTEKNAHHYIO NMOCYAY OYULLAIOT, NPOMbIBAs MOCMNeA0BaTeNbLHO TONYOsIOM U aueToHoM. [ocne
NPOMbIBAHMSA CTEKISAHHYIO NOCYAY MPOCYLUMBAIOT C NMOMOLLIO CTPYM Cyxoro razoobpa3sHoro asorta. Onpeje-
NS0T U 3aNUCLIBAIOT MACCY KPYrMOAOHHON KONObI M NPUEMHOrO Lunuuapa. CobupaioT creknsHHoe obopy-
JOBaHMe AN NeperoHku, UCNomnb3ys Ana repMmetTndauum wnudoB CMasKy AN 3anopHbIX KPaHOB U MPOBO-
TNOYHbIE 3aXXMMbl ANA NPeaoTBpaLLeHus ocnabneHus coeanHeHuin. Perynupylor nonoXXeHne TepMomeTpa B
T-06pa3HOM nepexoaHuke Takum 00pa3om, YTOObl HKHWUIA KOHEL, Kanumnapa TepMOMETPa HaxXOAMICs Ha
YPOBHE HaMBbLICLUEN TOYKM HWXKHEN BHYTPEHHEW CTEHKM TOW 4actu T-06pasHOro nepexogHuka, Kkotopas
coeJMHeHa C X0NnoAMNbHUKOM.

MpumeyaHue 1 — CxeMa A pacrnonoxeHus TepmomMeTpa npusegerHa B ASTM D 86.

10.2 MeaHon TpyOke npuaaloT hopMy CnMpanu U yCTaHaBMNMUBAIOT €€ BHYTPU NPUEMHON KOMObl, OCTaBMss
MECTO B LIeHTpe KONbbl AN NPMEMHOIO LMNuMHApa.

C NOMOLLUbID NOAMBUHUNXITOPUAHOW TPYOKM OAUH KOHeL MeaHon TpyOku, KOTOpon npuaanu dopmy
cnupanu, NpUCOeaNHAIT K UCTOYHUKY BOZAbI, @ APYrON KOHEL, TPYOKM COeAUHSIIOT C HWKHEN TPYOKOW oxnax-
JaioLleit pybaruku xonoaunbHuka Jlnbuxa. BepxHioto TpybKy XonoaunsHUKa NPUCOEAUHSIIOT K UCTOYHUKY BOZAbI.

3anonHAT NPUEMHYIO KONBy CMEChIO BOAbI M MNbJla W BKMIOYAIOT BOAY. Temnepartypy B XONOAWUTMbHUKE
nogaepxmsaiot Huxe 10 °C.

11 MNMpouenypa

11.1 Momewaiot 500 mMn ucnbITyemoin npobbl Cbipoi HE(PTM BO B3BELUEHHYIO KPYrMOAOHHYO Konby. Onpe-
AEensioT U 3anucbiBaOT MAcCy KONObl, HANONMHEHHYIO CbIPON HETbIO, C TOYHOCTLIO A0 0,1 r. MNpucoeanHsIOT
konby K yCTaHOBKE AN NEPEroHKU. YCTAHABNUBAIKOT HArpEBATENbHbIN KOXYX BOKPYT konbbl U obecneymsaioT
OMopy CHM3Y NOJA KOXyXOM M KONOon. CoeanHAIOT HarpeBaTenbHbIN KOXYX C perynaropamu Harpesa. Bknio-
YalT PerynaTopbl HarpeBa M HAYMHAIOT NeperoHky. [pu neperoHke perynupyioT HarpeB Tak, 4TOoObI
CKOPOCTbL MEeperoHkn Obina npubnuantenbHo 5 Mn/mMuH. TeperoHky NpoorkaloT A0 TexX Mop, Moka noka-
3aHue TepMmomMeTpa He byaet 204 °C (400 °F). Korga temnepartypa gocturdet 204 °C (400 °F), neperoHky
3aKaH4MBaKOT NyTEM OTCOEAWHEHMA U W3BMEYEHUS NPUEeMHOro uunuHapa. ocne ussneyeHusa umnuHapa
OTKIIOYAIOT PETYNSATOPLI HAarpeea u ¢ Konbbl CHUMAIOT HarpeBaTesbHbIi KoXXyX. ONpeaensioT U 3anucbiBatoT
Maccy NPMeMHOro LMnMHApPa U AMCTUNNATA.

11.1.1 MokasaTenu TOYHOCTU U OTKINOHEHWE MeTOoAa OnpeAensanMcb NP UCMONb30BAHUN TOFMbKO CTEKMSAH-
HbIX PTYTHbIX TEPMOMETPOB. [MO3TOMY MPM MUCNOMb30BAHUWU APYrMX YCTPOWCTB M3MEPEHUs TemnepaTypbl
npeaenbHas Temnepartypa npu nonydyeHun ppakumm HadTbl AOMKHA ObITb AHANOrMYHOM TOW, KOTOPYHO
nony4aroT Npu NPUMMEHEHUU CTEKNSAHHOrO PTYTHOrO TEPMOMETPA. ANbTepPHaTUBHbIE YCTPOWCTBA U3MEPEHUS
TeMnepaTypbl He NPOABMAIOT TakUX XX& TeMNepaTypPHbIX XapakTepUCTUK UHEPLIMOHHOCTU, Kak CTEKMSAHHbIN
PTYTHbIA TEPMOMETP.
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11.2 dpakymio HahTbl NEPEHOCAT U3 NPUEMHOrO LUNMHApPa B AeNUTenNbHYI0 BOPOHKY. Mcnonb3ya aenu-
TenbHYI0 BOPOHKY, (hpakLUMIO TPWXKAblI NPOMbIBAIOT paBHbIMU 0ObemMamMu pacteopa wenouu (1 M pactsopom
wenouu). Mocne 3Toro TpWXabl MPOMBbIBAIOT paBHbIMKU 00BbEMaMu BoAbl. B npouecce npombiBaHUS pacTBOPOM
LLenoYmM yaansaeTca cepoBoaopoa, Toraa Kak npu NpoMbiBaHUM BOAOW yAANAIOTCA cnefbl HEOPraHU4eckux
XMOPUAO0B, U3HAYANbLHO NPUCYTCTBYIOLLMX B CbIPO HedTU NMOO Kak NPUMECH B PAaCTBOPE LLEMNOYM.

Ins yaaneHusa octatkoB cBo60AHON BOAb! hpakumio HadThbl MOCHEe NPOMbIBaHUS UNBTPYIOT. PpakUmMIo
HadTbl CIMBAIOT B YUCTYIO CTEKNAHHYIO OyTbiNKy. MoAroToBneHHyto Takum o6pa3om pakumio HadTbl UCTbI-
TBIBAIOT HA COAEPXaHUE XTOpUAO0B, UCMONb3YS METOA C NPpMMEHeHUeEM BudeHnna HaTpusa Unu CHUraHna ¢
nocreayoLiein MUKPOKYIIOHOMETPUEN.

11.3 [insa pacyeta nnotHocTn oToupatot 10,0 Mn cbipoit HedTu unu HadTbl (MCNONbL3YIOT MEPHYIO KONBy
BMECTUMOCTbIO 10 M) 1 B3BELUMBAIOT C TOMHOCTHIO A0 0,1 T.

12 ObpaboTka pe3ynLTaToB

12.1 MaccoByio 400 HahTbl paccYnTLIBAIOT MO hopmyne
f=M/M,, 3)
rae f — maccoBasi 4ona coGpaHHON HATHI;
M, — macca cobpaHHoN HadThl;
M, — macca npo6bl CbIpoi HedTH.
12.2 MNnoTHOCTb, /MN, onpeaensioT no opmyne
NAOTHOCTb = MAV, “)

rae m-— macca npobbl, r;
v —06beM oToGpaHHON Nposbl, Mn.

13 MeTtop A. BocctaHoBneHue 6GudpeHuna HaTpusa u NOTEHUMOMETPUA. Annapartypa

13.1 dnekTpoabl

OuncTtka M Haagnexalumii yxos 3a 9eKTpogamMu UMEIOT BaXHOe 3HaueHne Ana o6ecneyeHns TOYHOCTU
aToro Mmetoga. Heo6xo0aMMO BbIMOSHATL MHCTPYKLMW U3FOTOBUTENSA MO yXOAY 3a 9NEKTPOAaMU.

13.1.1 CTeknsiHHasA NOCyAa O6IEro Ha3HAYeHNs"

Ecnu creknaHHble 9nekTpoabl UCNOMb3YKTCA MOCTOAHHO, TO PEKOMEHAYETCH OCYLUECTBMATbL €XEHe-
AenbHOEe NPOMbIBAHWE UX XPOMOBON CMECHIO UMK APYrMM OYMLLAIOLLIMM PacTBOPOM, COAEMKALLMM CUMbHbIN
OKUCNUTENb.

MpeaynpexaeHue. XpomMoBasi CMECb — CUSbHBIN OKUCIIUTENb, MOXET BbI3BaTb CUIbHLIE OXOTU; ABMNSETCA
KaHLEPOreHOM.

13.1.2 SnekTpoabl xnop-cepedpsAHbIe (Nano4yHOro Tuna)

13.2 TutpaTop NOTEeHUUOMETPUYECKUIA
TuTpaTop OCHaLleH GIopeTKOW BMECTUMOCTbIO 5 MN UMM MEHBLUEA U MarHUTHOW MeLLankon.

14 PeakTuBbl 1 MaTepuansbl

14.1 AuetoH, He coaepxawmin xnopuaos. (MpeaynpexxaeHne. Ocobo onacHas, nerkoBocnnamMmeHsiemas
XXMAKOCTb, MTHOBEHHO BCMbIXMBaeT. OnaceH Ans 340POBbS.)

14.2 naukatopHas Gymara «KOHro».

14.3 2,2 A-tpumeTunneHTaH (M3ooktaH), peaktus. (MpeaynpexaeHue. JlerkoBocnnaMeHseMas >XUAaKoCTb.
OnaceH and 340poBbA.)

14.4 AsoTHasa kucnota, 5 M pacteop. (MpeaynpexaeHne. KOppo3MOHHas, Bbi3bIBAET CUITbHbIE OXKOTK.)
Ho6aenaoT 160 M KOHUEHTPUPOBAHHOW a30THOW KucnoTel kK 200 mn Boabl U 06BLEM pacTBOpa A0BOAAT A0
500 mn.

14.5 MNponaHon-2, He coaepxalwumin xnopuaos. (Mpeaynpexaexune. JlerkoBOCNnameHsaemMas XuaKocTb.
OnaceH ans 340poBbA.)

14.6 Hutpat cepebpa (TuTposaHHeIi 0,01 M BoAHbLIN pacTBOp).

® Mpuemnemoii cunTatoT Beckman Ne 41262. MoxHO UCMONb30BaTh paBHOLEHHYO Nocyay.
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14.7 PeareHT 6udeHun HanMﬂS). PeareHT ynakoBaH BO ¢bfiakoHbl kKBagpaTHON POPMbl BMECTUMOCTbLIO
npubnuautenbHo 15 om® (0,5 yHuMun) (aanee — nakoHbl). AnNa KaXxxaoro UCNbLITAHUA UCNONbL3YIOT BCE coaep-
»umoe cnakoHa. B ogHoM cpnakoHe cogepxutcs 13 — 15 Mr-9KkB aKTUBHOTO HATPUA. XpaHAT peareHT GudeHun
HaTpus B NPOXNaZHOM NOMELLEHUU, HO He oxmnaxpaaloT. Mepea npuMeHeHWeM peareHT HarpeBatoT npubnu-
3utenbHo A0 50 °C m TwartenbHO BCTPAXUMBAIOT ANA NONy4YeHUs OAAHOPOAHOW XXNAKOCTH.

14.8 Tonyon, He coaepxawmin xnopuaos. (Mpeaynpexaenue. JlerkopocnnameHsiemMas Xxuakoctb. OnaceH
AN 340pOBbS.)

15 MNoaroroBka annapartypbl

15.1 MoBTOPHOE HaHECEeHUE NOKPLITUA HA XJIOP-CepebpAHbIe 3MeKTPoabl

MeTannuyeckne nMoBepxXHOCTU Mapbl XMNOp-cepebpsHbIX MEKTPOAOB OYMLLIAIOT MATKMM MOIOLLMM Cpea-
CTBOM W YUCTSILUMM NMOPOLLKOM. DNEKTPOAbl MPOMbIBAIOT AUCTUIINIMPOBAHHON BOAON. MeTannuyeckue KOHLbI
3MNEeKTPOAOB MOTPY>AKT B HACLILLEHHBbIAN pacTBOp xnopuaa kanusa. OAuH anekTpo NpUCOeAMHSIIOT K MOJo-
XUTEenbHOMY nontocy 6atapeun ¢ HanpsbkeHuem 1,6 B, a apyroi — kK oTpuuarensHOMy nontocy. MeHsioT nonsip-
HOCTb AMS HECKONMbKMX WHTEPBAnoOB AMUTENbHOCTLIO HECKOMbKO CEKYHA KaXAblA, YTOObl OYMCTUTL M MOBTOPHO
HaHECTN NOKPbITUE Ha NMPUHUMAIOLMIA ANEKTPoA (NOACOEAUHEHHBIN K MONOXUTENLHOMY nontocy). [Npu npa-
BUMbHOM HaHECEHUW MOKPbITUS KOHLbI NPUHMMAIOLLErO 35eKTpoAa CTaHyT (pMoneToBoro UBeTa. 3T0 NpPouUc-
XOAuUT B pe3ynbTaTe BO34ENCTBUSI CBETA HA CBEXUI Xnopua cepebpa.

16 MNpoBepeHue ncnbiTaHU

16.1 CneayeTt NpuUHMMAaTh COOTBETCTBYIOLLME MEPbI ANSl UCKMIOYEHUS 3arpsAsHEHUn nocyAabl. MoAroToBKy
HeobX0AMMON CTEKNAHHOW NOCyAbl MPOBOAAT HENOCPEeACTBEHHO nepea onpeaeneHueMm xnopuaos. Crek-
NAHHYK NOCyay MOIKT AUCTUINIMPOBAHHOW BOAOM, a 3aTeM — aueTOHOM. He cneayeT NpUMEHsTbL XNOpCo-
Aepxalume cmMasku Ans 3anopHbIX KPAHOB, HaNpUMep XIopTPUMTOPITUNEHNONUMEPHYIO CMa3Ky ((PTOPOTEH).

16.2 50 mn Tonyona NnoOMeLlaloT B AeNUTENbHYI0O BOPOHKY BMECTUMOCTbLIO 250 Mn u ao6asnsaioT coaep-
XUMO€E 0gHOro dhriakoHa ¢ peareHToM BuceHnnomM HaTpusi. CMecb NepemeLuMBaloT KPYroBbIMU ABUKEHUAMU
u fo6aensT okono 30 r B3BELIEHHON € TOMHOCTBLIO A0 0,1 T NpoMbITON bpakumu HaATbI, OTOrHAHHOW U3
npo6bl cbipoit HedbTn. OnpeaenaloT mMaccy OyTbinku ¢ hpakumeit HadbTbl ANs TOMHOrO onpeaeneHus otobpaH-
HOro konuyectsa ppakuyuu. 3akpbiBaloT ASNUTENbLHYIO BOPOHKY U TLWATENLHO NEpEeMELLMBAIOT COAEPXUMOe
KPYroBbIMU ABIKEHUSAMU, YTOOLI OHO CTano OAHOPOAHLIM. lMomnyyeHHble B pesynbTaTte CMEeLLMBaHWA pacTBop
Unn cycrneHsmss AOMkHbI ObITb 3eneHoBato-rony6oro upeta. Ecnu cmech umeeT apyroi UBeT, Ao6aBnsoT
peareHT GudeHun HaTpusi A0 TeX NOP, NOKA LBET PacTBOPA UMK CYCMEH3NU HE CTAHET 3€NEeHOBAaTO-roNyobIM.

16.3 Nocne nepeMelumMBaHMA CMECb BbIAEPXKMBAKOT B TedeHne 10 MUH ANA 3aBepLUEHUs peakuun, 3atem
[o6aBnsaloT 2 MN NponaHona-2 u KPyropbiMuM ABMXEHUSIMU OCTOPOXKHO NEPEMELLMBAIOT B OTKPbLITOW Aenu-
TEeNbHOM BOPOHKE A0 TEX MOP, NOKa 3eNeHOBaTo-ronybol LBeT He M3MEHUTCA Ha Genbii, YTO CBUMAETENLCT-
ByeT 00 OTCYTCTBUM B CMECU HECBA3AHHOrO HaTpusi. 3aKpbIBAIOT BOPOHKY NMPOOKOW M OCTOPOXHO BCTPSIXM-
BalOT ee, yacTo cOpacbiBas AaBneHue npu nomowm kpaHa. 3atem pgobasnsior 20 mn Boabl M 10 Mn 5 M
pacTBopa a3oTHOW KMCNOTbl. OCTOPOXHO BCTPSAXMBAIOT, YAaCcTO COpacbiBas AaBneHUe Npu NOMOLM KpaHa.
Onpegensior peakuymio BOAHON (pasbl C MOMOLLbLIO MHAUKATOPHOM ByMarn «koHro». Ecnu Bymara He craHet
rony6oro uBeta, gononHuTensHo aobaensioT 5 M pacTBOp a30THOI KUCMOTbI NOpUMAMU MO 5 MN, Noka He
Oyaet nony4yeH rony6oii UBeT.

16.4 BoaHyio ha3dy cnuealoT B APYryio AENUTENLHYIO BOPOHKY, CoAepkaLlyto 50 Mn u3ookTaHa, U XOpoLLo
BCTPAXUBAIOT. [epeHocAT BOAHYIO a3y B XMMUYECKWIA CTakaH BMECTUMOCTbIO 250 mn Ans TUTPOBAHUA.
MpoBoasAT BTOpPOE 3KCTparMpoBaHuMe cMecu hpakumm u U300KTaHa, MCNoNb3ys 25 mn BoAbl, NOAKUCNEHHOW
HECKONbKUMM Kannsimu 5 M pactBopa a30THOW KUCNOTbI. [J0OABNSAIOT BTOPYIO BbITSDKKY B TOT XK€ XUMUYECKUI
cTakaH BMECTUMOCTbIO 250 Mn Ana TUTPOBaHUSA. YNapuBalOT PacTBOP Ha NAUTKE, TeMnepaTypa KOTOpon
noAAEPXKMBAETCH HUXE TEMNEPATYPbl KUNEHUA XXMAKOCTU, A0 TEX NOpP, NOKa He ocTaHeTca 25 — 30 mn. Pacreop
He KUMATAT U HE BbINapuBaloT, eCnu 00beM ero MeHee 25 MI, Tak Kak MOXET NPOU3ONTU NOTEPA XNOpPUAOB.

® EfMHCTBEHHBIM M3BECTHLIM MOCTABILMKOM peareHTa 6udieHUn HaTpUs B HacTosllee BpeMa ABnsieTcs South-
Western Analytical Chemicals, PO Box 485, Austin, TX.
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16.5 Pacrtsop oxnaxgatot u gobasnsior 100 mn auetoHa. PacTBOp TUTPYIOT NOTEHLUOMETPUHECKU C
npuMmeHeHnem TutposaHHoro 0,01 M pacrBopa Hutpara cepebpa, MCnonb3ysi CTEKNSHHbIA ANeKTpoa B nape
¢ xnop-cepebpsiHbiM anekTpogoMm. Mpu MCNONb3OBaHUM aBTOMAaTUYECKOrO TUTpaTopa, Hanpumep upMbl
Metrohm, uncnonb3yiloT MMKpOBIOPETKY KnanaHHOro Tuna BMECTUMOCTbIO 5 mn. Ecnu TuTpoBaHue nposoanAT ¢
noMmouibio pH-meTpa, ynpaBnsieMoro BpPy4YHyIO, UCMONb3YIOT MUKPOOIOPETKY BMECTMMOCTBIO 5 M, koTopas
no3BonNAeT NPOBOAUTL OLIEHKY 06beMa TUTPaHTa C TOMHOCTLIO A0 0,001 mn.

16.6 Mpn TMTPOBAHUM BPYYHYIO KOHEUYHYIO TOUKY ONpeAensioT no rpacduky, ycTaHaBNMBAIOWEMY 3aBUCK-
MOCTb 3NEKTPOABWXKYLLEN curbl (34C) OT 06bema UCNoNbL3yeMoro pacTeopa Hutpara cepebpa. Mpu ucnonb-
30BaHWM aBTOMATU4ECKOro TUTPaATOpa KOHEYHOW TOYKOW SBNSIETCH TOUKa nepermba KpUBOW TUTPOBAHUA.

16.7 MNpu nNpoBeAEHUU UCTILITAHUWA KAXAON rpynmbl NPOO BLIMOMHAIOT XONOCTOW ONbIT, UCMONbL3YA BCE
peareHTbl, BKINOYasA peareHt OudeHun HaTpusi, 3a UCKIMIOYEHUEM MCMbITYEMOW NPoObl, U BLINONHAS BCE
onepauuu metoaa.

17 O6paboTka pe3ynbLTaToB

17.1 KoHueHTpauuio xrnopuaos, MKI/T, BO ppakuum HadpTbl pacCUUTBLIBAIOT NO hopMmyne
(A-B)(M)(35460)

xnopuabl =
pun o

©)

rae A — o06beM TUTPAHTa ANa UCMLITYEMOW NpoObl, MIT;
B — 06bem TUTpaHTa B XONOCTOM ONbITE, MIT;
M — monsipHoCTbL pacTBOpa HUTpaTa cepebpa;
W — macca ucnbityemoui npoo6sl, T.
17.2 CoaepxaHue opraHU4eckux Xnopuaos B 0TOOpaHHOM Npobe Cbipor HEdTU MOXHO OnpeaenuTb YMHO-
JKEHUEM KOHUEHTpauuu xnopuaos 8o dpakuymmn Hadtbl (17.1) Ha maccosyto gonio dpakuymn HadpTel (12.1).

18 MeTtop B. CxxuraHue n MUKpoKyrnoHomeTpusi. Annaparypa

18.1 MNMeub AnNA cxXuraHua

OT106paHHyto npoby HeoBxoaMMO CxuraTe B anekTponeyun, obecneunsalollei nogaepxaHue TeMmnepa-
Typbl okono 800 °C, 4ns OKUCNEHUA OPraHMYECKOro CoaepP>XXumMoro Npoodbl.

18.2 TpyGka ansa cxuraHuAa (NMponu3Hana Tpyoka)

MaroTosneHa u3 KBapua, UMEeT KOHCTPYKLMIO, Npu KOTOpPOi npoba, BbinapuBaemasi BO BNYCKHON CEKLMM,
NepPeHOCUTCH UHEPTHBLIM ra3oM B 30HY OKUCMEHUS, rae CMEeLUMBaeTCsl C KUCIIOPOAOM M oxuraetcsi. Tpybka
JomkHa UMeTb mMeMOpaHy ans Beoga npoObl Lwnpuuem, GOKOBble OTBEPCTMS ANA nojayu Kucrnopoaa U
MHEPTHbIX ra3oB. O6beM LieHTPAanbHOWM Cekumn Tpybku AOMmKeH ObiTb 4OCTATOMHBLIM Ans obecneyeHus NonHoro
oxvranusi npoGbl.

18.3 Avelika onNA TMTPOBaHUA

Cogepxut napy anekTpoaos (MHAMKATOPHBIA M 3NEKTPOA CpaBHEHUs)) Ans OOHAPY)XEHUs1 UBMEHEHUNI
KOHLIEHTpaLun UOHOB cepebpa, napy aHOAHO-KaTOAHbLIX SMEKTPOAOB ANSA MOAAEPXaHUA NMOCTOSHHOW KOH-
LeHTpaumn noHoB cepebpa n umeeT BXO4HOe OTBEpCTUE ANs BBOAA razoobpasHoi npobbl M3 NUPONU3HOW
TpyOku. MIHAMKATOPHBLIA SNEKTPOA CpaBHEHMA M aHoA AOMMKHbI ObiTb cepebpsHbiMM anekTpoaamu. Karop
npeacraenset coboi NnaTUHOBYIO MPOBONOKY. SNEKTPOs CPABHEHUS HAMOMOBUHY MOTPY>KEH B AYEWKY C HAChl-
LLIEHHbIM PacTBOPOM auertaTta cepebpa. OnekTponuT npeacTaBnsieT coboil BOAHbLIN PacTBOpP, COAEPKALLMIA
70 % YKCYCHOW KUCFOTBI.

18.4 MUKpoOKysioHOMeTp

Mo3BonsieT perynmpoBaTtb KOIPMULMEHT yCuIieHUs U HaNpsXeHUe caBUra, cnocobeH U3MepsiTb NOTEH-
Luan anekTpoaHoii napbl (MHAMKATOPHOTO 3S1IEKTPOAa M 3NEKTPOA4A CPABHEHUS)) U CPaBHUBATbL STOT MOTEH-
Lman C HanpspkeHeM CrBUra, CnocobHbIi nepeaarts YCUNEHHYIO PasHOCTb nape pabounii — BCMOMOraTerbHbIi
SMNeKTpoAbl Ans TOro, YToGbl reHepMpPoBaTh TUTPAHT. BbIXOAHON CUrHaN MUKPOKYIIOHOMETPA AOMKEH BbiTb
NPOMOPLMOHANbHBIM BO3HUKLLEMY TOKY. MUKPOKYNIOHOMETP MOXET UMETh LIMCPPOBOM BIIEKTPOM3MEPUTESbHBII
npnBop 1 SNEKTPUYECKYID CXeMy ANsi NpeoBpasoBaHns BLIXOAHOMO CUTHANa HEeMnoCPEeACTBEHHO B KOMUYECT-
BEHHbIE XapaKTEPUCTUKU COAEPXKAHMS XITOPUAOB, BbIPAXEHHbIX B HAHOrPaMMax Ui MUKPOrpamMmmMax.
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18.5 Linpuy, ans ot6opa npookI

LLinpuy, BMecTuMOCTbIO 50 MKn, CNOCOGHBIN 06ecneunTb TOYHYIO nogady ot 5 4o 50 Mkn Npo6bl B MMPONMU3-
HYI0 TpyOKy. [Ina AOCTWKEHUS 30HbLI BBOAA PEKOMEHAYETCA Urmna anvHon 76,2 unu 152,4 mm (3 unu 6 aioiiMoB).
B 30He CxuraHusi Temneparypa aocturaeT npuénusutensHo 500 °C.

18.6 [Ina obecneyeHnsa meaneHHOro seoaa Npobbl B TPYOKY CKUraHUs MOXKHO MCNOMb30BATb LUMPULL-
HacoC C NOCTOSIHHOW CKOPOCTLIO UMW PYYHOE AO03UpYIoLLee YCTPOMCTBO. PekoMeHayeTcs, 4Tobbl CKOPOCTb
BBOAA Npobbl He npesbiana 0,5 mkn/c.

19 PeakTtuBbl u matepuanbl

19.1 YkcycHasa kucnorta, neasHaa ykcycHas kucnota. (MpeaynpexxaeHue. KOppo3noHHas, Bbi3biBaeT
CUSIbHBIE OXKOrN.)

19.2 AproH, renui, asoT UMW YINEKUCHbIA a3 BbICOKOW CTENEeHW YUCTOTbl, UCMOSb3yeMble KakK rasbl-
Hocutenu. (MpeaynpexaeHue. 3Tu rasbl 00bIMHO XpaHATCA B GannoHax nog BbICOKUM aaBneHuem. pu
yTeuKe 3T rasbl TaKke pasbaBnsioT KUCNOPOA OKPYXKAIOLLEro BO3ayXa.)

19.3 PacrtBop anekrponuta ana sdeviku, cogepxawmin 70 % ykcycHoW kucnotbl. Cmewmsaiotr 300 mn
BOAbI (6.2) ¢ 700 Mn yKCYCHOM KMCNOTbl (19.1) n XOpoLwo nepemeLumsaioT.

19.4 VcxoaHbii CTaHAapTHLIM pacTBop, coaepawmii 1000 Mr xnopuaos Ha nUTP. AKKYpPaTHO NEpPeHOCST
1,587 r xnopbeH3ona B MepHyl0 konby BmecTuMocTbio 500 Mn, 06beM AOBOAAT A0 METKU 2,2,4-TpUMETUN-
NEeHTaHOM (M300KTaHOM).

lMpuMeyaHne 2 — TOUHYIO KOHLUEHTpaLMIO XNOPUAOB MOXHO ONpefenuTb YMHOXeHWeM Mmacchl xnopbeHsona Ha

YacTHOe OT AeneHUs aTOMHOW Macchl Xfopa Ha MONEKYSAPHYI0 Maccy XxfiopGeHsona U 3aTeM YMHOXeHWeM STOoro

pesynbrarta Ha 2000:

Cl (ur/ny = &M - 2000 ®)
m;
rpe w — Macca B3BelleHHoro xnop6eH30na;
m¢ — aToMHas Macca Xrnopa;
m2 — MoneKynsipHas Macca xnop6eHsona.

19.5 CtaHpapTHbIi pacTBop, coaepxawmn 10 Mr xnopa Ha nutp. MNuneTtkon nepeHocat 1,0 mn ucxoa-
HOro ctaHgaptHoro pacreopa (19.4) B MmepHyio konby BmectumocTbio 100 mMn M 06bem A0BOAAT A0 METKU
2,2,4-TPMMETUNNEHTAHOM (M300KTAHOM).

19.6 Xnop6eHson, peakTus.

19.7 PerynaTtop naBsneHus rasa. [IBycTtyneH4aThlii perynsarop AaBneHusi ra3a ucnonb3yloT ANna peareHta
1 raza-HocuTens.

19.8 N300kTaH (2,2,4-TPUMETUNNEHTAH), PEaKTUB.

19.9 Kucnopogn BbICOKOW CTENeHW YNCTOThI, UCNONb3yEMbIN B KAUECTBE peareHTa.

19.10 Auetat cepebpa, OYULLEHHbIA MOPOLLOK ANA HACBILLEHHOTO 3NEKTPOAA CPABHEHUSA.

20 MoaroTtoBKa annaparypbl

20.1 AHanusartop HacTpauBaloT B COOTBETCTBUU C UHCTPYKLMSIMU U3TOTOBUTENS.

20.2 Ycnosusi NpOBEAEHNUA UCTLITAHUS crieayiowme:

— pacxog rasa-peareHnta (O,) — 160 Mn/MuH;

— pacxog raza-HocuTens — 40 Mn/MuH;

— TeMneparypa B neuu:

— BX0AHas 3oHa — 700 °C;
— LeHTpanbHas 1 BbIX0AHasi 30Hbl — 800 °C;

— KYyNOHOMETP:

— HanpskeHue casura, MB, — 240 — 265;

— k03chhuumeHT ycunenus — 1200.

20.3 Ons onTUMM3auuW HanNpPs>KEHUS! CABUIA HYNEBON TOUKU SYEWKU TUTPOBAHUSI HEMOCPEACTBEHHO B
AYenky TUTpoBaHusa Beoaat 30 Mkn BOAbI, HE CoAepXKaLlen XMOpUaAOB, UCNONb3ya 6-A101MMOBYIO urny. Casur
perynupyloT BBEPX UMM BHU3 4N TOro, YTOObI CBECTU K MUHUMYMY CYMMAapPHYIO BENMUUUHY, 00YCNOBNEHHYIO
achbchekToM pasbasneHus.
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21 NpoBeaeHne UcnNbITaHUN

21.1 Wnpuy BMECTUMOCTLIO 50 MKN HanonHAKT nopuvMen NpoMbITON ppakumum HadTbl, OTOTHAHHON U3
cbipoit HedTn, o6bemom oT 30 fo 40 mkn, cneas 3a TeM, YToObl HE 06Pa30BLIBANMUCH Ny3bipbkW. MOpLUEHD
wnpuua nepeMeLatrT Tak, YTOObl HKHUI MEHMCK XXMAKOCTM HaXOAWUNCA Ha OTMETKE 5 MKI, U 3anuCbIBaKOT
obbem XumakocTu B wnpuue. MNMocne BBeaeHUsA Npobbl CHOBA NEpemeLLaloT MOpPLUEHb TaK, YTOObl HUXHUIA
MEHUCK XUAKOCTU HAXOAUIICA HA OTMETKE 5 MKI, U 3anuCbiBalOT 00bLEM ¥UAKOCTU B LUNpuUe. PasHuua 3Ha-
YeHuih 06beMoB — 06beM BBEAEHHON NPOBbI.

21.2 KonnuecTBO BBEAEHHON NPOObLI MOXET ObiTb ONpeAeneHo No pasHoCTM Mace wnpuua 4o U nocne
BBEeAEeHUA Npobbl. 3TOT MeToa o6ecneunBaet BOnbLLUYIO TOYHOCTb, YEM METOA BBeAEHUS NPoBbl N0 06beEMY,
npu yCrnoBUKU UCMOMb30BaHUA BECOB C MOrPELUHOCTLIO, HE npeBbiwaoweit £ 0,01 Mr, U 0CTOPOXHOro obpa-
LLeHWs1 CO LUMPULIEM NPY NOBTOPHBIX B3BELUMBAHUSIX.

21.3 Mpo6y B nUponu3Hyto TpyOKy BBOAST CO CKOPOCTLIO, HE MpeBbiLatowelt 0,5 mkn/c.

21.4 Ecnu B XONOCTOM OnbiTe (Mrna — MeMmOpaHa) Nony4eHo 3HaYEeHNe CoaepXaHusa XrmopuaoB MeHee 5 MKr/T,
TO pesynbTar COMHWUTENEeH. Ona NOBbILEHUss TOYHOCTU A0 BBOAA Npobbl MNU CTAHAAPTHOrO pacTeopa urny
Lnpuua BCTaBNAOT B ropsiyee BXOAHOE OTBEPCTME U OXKMAAIOT, MOKa NPOBOAUTCA TUTPOBAHUE B XONOCTOM
onbITe.

21.5 Inqa npo6, coaepxxawmx 6onee 25 mkr/r Cl, He06x0AUMMO BBOAUTL TOMBLKO 5,0 MKn npo6.

21.6 TMpoBepsAT CNOCOOHOCTb CUCTEMbI OMPEAEnATb COAEMKAHUE Xropa, aHanuM3upya CTaH4apTHLIN
pacteop (19.5), KOTOPbIA TUTPYIOT Kaxkable 4 4. CTeneHb U3BreyYeHns XNopuaos CUCTEMON OBbIMHO COCTaBnsAET
85 % wnu Bonee.

21.7 Mpoueaypy M3amMepeHns CTaHgapTHOro pacTBopa NOBTOPAIOT HE MEeHee Tpex pas.

21.8 CucteMy npoBEPSIIOT €XeAHEBHO, BLIMOSHAS XONOCTON ONbLIT C PEaKTUBOM U300KTaHOM (19.8).
PesynetaT TUTPOBaHWA B XONOCTOM OMbITE€ BbIMUTAIOT M3 PE3ynbTaTOB TUTPOBaHUS Npob U CTaHAApPTHOrO
pactBopa. CoaepxxaHue Xropuaos npu TUTPOBaHWW B XONOCTOM OnbiTe (21.4) He npesbIwaeT 0,2 MKr/r xnopuaa.

22 ObpaboTka pe3ynbLTaTtoB

22.1 CopepxaHue xrnopuaos BO dpakumm HaTbl pacCUUTLIBAIOT CReayowmm 00pasom.
22.1.1 [Ona nepecyeTa nokasaHuin MUKPOKYNOHOMETPOB B HAHOrPaMMbl XJIOPUAOB NPUMEHSIIOT crie-
ayrowme opmynbl;
rokasanue ansnpobbl NoKa3aHWe B XONOCTOM ONbiTe

(V) (D) (RF) (V) (D) (RF)

xnopuabl, MKr/r =

@

nnn

roka3aHue Ansi npobbl  MokasaHWe B XOMOCTOM OMbITe
(M) (RF) (M) (RF)

rae nokasaHve ansa npobbl M NOKasaHWe B XONOCTOM ONbITE — NpeoBpasoBaHHbIE 3HAYEHUS HA AUCNNEE;

V - BBeAeHHbIn 06beM, MKR;

D - nnotHocTk, r/mMn (11.3);

RF — cTeneHb U3BneYeHUsi, NPeacTaBnaoLWLAan PasHOCTb OTHOLLEHUIA COAepXaHUA XMOpPWaOB, onpeae-
TNEHHbIX B CTaHAAPTHOM PacTBOPE U XONOCTOM OMbITE, K U3BECTHOMY CO/IEPXKaHMIO XIOPUIO0B B CTaH-
ZLAapTHOM pacTBOpE:

nokKasaHne gna craHgapTHOro pacreopa _n0Ka3aHMe B XONOCTOM ONbiTe
(V)(D)(Cs) (V)(D)(Cs) ’
rae M — macca oto6paHHoi npo6bl, Mr;
Cs — KOHLiEHTPpAaLMA CTaHAapTHOro pacTeopa, Mr/n.

22.1.2 Ons MUKPOKYNIOHOMETPOB TONbKO C aHANOroBbIMK BbIXOAHBIMW AAHHbLIMW, MOCTYNAOWMMK Ha
perncrpupyioLLee yCTponcTao, NPUMEHSIIOT hopMyIy

xnopuabl, MK/t =

: ®)

RF =

(A (X) 0367) g

Xnopuabl, MKr/r = ,
(R)(Y) (M) (RF)

©)

roe A - nnowaab B COOTBETCTBYIOLUMX €ANHULIAX;
X — YyBCTBUTENbLHOCTL MO MOMHON LUKAre PErMCTPUPYIOLLIEro yCTponCTea, MB;
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35,452C! / akB. (102 V/m/ Y108 mkr /1)

0,367 =
(96500 kynoHoB /3KB.)

R - conpoTtuneHue, Owm;

Y — aKBMBaNEHT nnowjaau Ans cpabartbiBaHKUs MO BCEN LUKAre Ha PercTpupyroLLeM YCTPOCTBE, CeKyHaa —
nnowaab B CeKyHAY;

M —wmacca npobwl, r;

RF — cTeneHb U3BMNeYeHus;

B - copepxxaHue xnopuzos, onpeaerneHHoe B XONIOCTOM ONbITE, MKI/T.

22.2 KOHUEHTpauulo OpraHnyecknx XropuaoB B 0TobpaHHOn npobe Cbipor HETU MOXHO OnpeaenuTb

YMHOXEHUEM KOHLEHTpaLmu Xnopuaos Bo pakumn HadTel (22.1) Ha MaccoByto A0M0 dopakumm HadTe! (12.1).

23 ObecneyeHne KauecTBa/KOHTpoONb kavyectea (QA/QC)

23.1 PaboTy annapaTypbl U Npoueaypy UCMbITaHUA OLEHUBAIOT NyTeM UCNbITaHus obpasuos ans QC.

23.1.1 Ecrm npotokonsl QA/QC ana ucnbiTaTeNbHON annapaTtypbl yXe WUMEKTCA B HanMyuu, TO UX
MOXHO MCMOSIb30BaTb AN OLEHKU JOCTOBEPHOCTM Pe3ynbTaToOB UCTbITAHUIA.

23.1.2 Ecnu BbILLEYNOMSIHYTbIX NPOTOKONIOB HET B Hanu4yuu, TO Ansa co3aaHus cucreMbl QA/QC MOXHO
UCMorb30BaTh NONOXeHUS npunoxexus XI.

23.2 lMonb3oBaTensAM HACTOSALLEro CTaHgapTa PeKoOMeHAYeTCH, YToObl B KOHTPAKTHbIX COrnalleHusx
0flHa UM HECKOMBLKO CTOPOH MonoxeHust npunoxenus XI caenanu obs3arensHon NpakTUKon paboThl.

24 TOYHOCTb U OTKINOHEHUE MeToAa’)

24.1 TOYHOCTbL

TOYHOCTb METOA0B MCMbITAHUSI HACTOSILUEr0 CTaHAApTa, OMNPEAENeHHas CTAaTUCTMYECKUM aHanM3oM
pe3ynbTaToB MeXNaBopaToPHbIX UCTbITAHWI, PACCMATPUBAETCA CrieyioLLM 06pasomM.

24.1.1 CxoauMocCThb
PacxoxaeHue Mexay nocrneaoBaresibHbIMK pe3ynbTaTtamu, NoNy4YeHHbIMU OHUM U TEM JKE ONepaTopoM Ha
OQ1HOM U TOM >e 060pyA0BaHUM NPU NOCTOSIHHLIX YCIOBUAX UCNLITAHUSA HA UAEHTUYHOM UCTILITYEMOM NpoayKTe
B TEYEHUE NPOAOIMKUTENBHOIO NEpMoaa BPEMEHU, NpU NPABUSIBHOM BbINOSIHEHMU METOAA TONbKO B OHOM
cnyyae u3 BaauaTu MOXET NpeBbILLaTh Creaylowme 3HaYeHUs.
241.1.1 MeTtog A
3HaueHus CxoaAMMOCTM AN NGO KOHLEHTPALUMU OPraHUYeCcKU CBSA3AHHOTO XIopa, npesbiluaiowen 1 Mkr/r
(B npo6e cbipoit HedhTH), MOryT ObITb NONYYEHLI NO hopmyne
r=0,32(X +0,33)°%, (10
rae X — KOHUEHTpauus Xnopuaos, MKI/T.
241.1.2 Meton B
3HaueHus cxoauMocTU Ans ool KOHLEHTPaUMK OpraHMYeCKM CBA3AHHOIO Xriopa, npeBsbiLuatoein 1 mMxr/r
(B npo6e cbipoi HedTH), MOryT GbITh NONY4YeHbl NO hopmyne
r=1,01(x-0,17)>*’, ()
rae X — KOHUEeHTpauus Xnopuaos, MKI/T.
24.1.2 BocnpousBoauMoCTb
PacxoxaeHne mexay AByMsSi OTAENbHBIMU M HE3aBUCMMbIMU pe3ynbTaTamu, MOJyYEHHbIMU Pa3HbIMU
oneparopamu, paboTalowmmmn B pasHbix NabopaTopusx ¢ MAEHTUYHBIM UCMLITYEMbIM NPOAYKTOM B TEYEHMUE

npoaoIXMTENBLHOIO Nnepuoaa BpemMeHu, TonNbko B 0AHOM cnyvae U3 Asaauatu MOXKET NpeBbliLAaTL crneaylLlmue
3Ha4YeHus.

7 MoaTBepxpaarolime aaHHbIE UMetoTca B MexayHapogHoii wrab-keapTupe ASTM, 1 UX MOXHO MOMy4uUTh, caenas
3anpoc RR:DO2-1293.
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24.1.2.1 Metog A
3HavyeHUs BOCMPOM3BOAMMOCTM [ANA N060K KOHUEHTpauuM opraHuyeckn CBSI3aHHOrO X/0pa, MNpeBbl-
watoweit 1 mkr/r (B8 npobe cbipoii HedTu), MOTyT GbITb NOSyYeHbl Mo hopmysie

R = 0,7(X + 0,33)°644 (12
rge X - KOHUeHTpaums X10puaoB, MKI/T.
24.1.2.2 MeTog B

3HayeHnss BOCNPOM3BOAUMOCTU ANsi N06O0K KOHUEHTpauuy OpraHnyecku CBA3aHHOrO Xxsopa, MNpeBbl-
watoweit 1 mkr/r (B npo6e cbipoii HeddTn), MOTyT BGbITb MOSyYeHbl MO hopmye

R =1,32(X- 0,17)°4, (13)
raeX- KOHUeHTpauns xXJ10puaos, MKr/T.
24.2 OTKNOHEeHVEe meToja

Mpu ncnbiTaHun no metogam A n B HacTosiwero craHgapTa pasHoo6pasHbix HedTel ¢ MCNoNb30BaHNEM
M3BECTHOTO COAEpPXaHWs pasfIMUHbIX OPraHMyYeckux XJ0puA0B 6bIIO MOYYEHO OTKIOHEHMWE B CTOPOHY
YMeHbLWEeHNsA OT UCTUHHOIO WMX cCofepXaHusa. 3TO MPOUCXOAUT MOTOMY, UYTO He BCe NeTyyne KOMMOHEHTbI
NepPeroHsATCA M3 MacChbl Cblpoii HEPTM MNpU YC/IOBUSAX MeToAa MWCMbITaHUSA. BenumunHa Takoro OTK/IOHEHUS
rnokasaHa Ha pucyHke 1 rpacyeckn B BUAE MMKa MO CPABHEHMUIO C M3BECTHOM KOHLEHTpauuein YmcTbiX opra-
HUYECKUX X/TOPUL0B.

CogepxaHue Xxnopuaos, MK/KF

Jo6aBneHHoe KoNn4ecTBo xnopugos, mr/kr Cl
- OXUaaemoe CoAepxaHue X/10puaos;
- onpefenieHHoe KO/IMYECTBO X/T0pUa0B

PucyHok 1- CTeneHb W3B/IeUEHUS OpraHUYecknx XJ10puioB
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MpunoxeHne
(nHdbopmMmaLMoHHoE)

Xl OCHOBHble NONOXEHWUS!, KacalolWwMecs KOHTPOSMsl KadecTBa METOAOB WCNbLITaHWUN
Komutetra ASTM D02

X1.1 Pa6oty annapatypbl 1 NpoLieaypy UCMbITAHUS OLIEHUBAIOT NyTEM UCNbITaHUS 06pasuos ans QC.

X1.2 [lo Hayana MOHUTOpMHra npouecca M3MEepeHUs NONb3oBaTENb METOAA WCNLITAHUS [OIHKEH
onpeaenuTb CpeaHee 3HA4YeHUe M AONyckaemble NpejenbHble 3HAa4YeHMs nokasateneit o6Gpasuos ans
QC (ASTM D 6299 u MNL7%).

X1.3 Peructpupyior pesynbTaTbl UCMbITAHWIi 00pa3uoB ana QC u aHanuaupyloT Tabnuubl (rpaduku,
Avarpammbl) UnNu ApyrMe CTaTucTuyeckue cnocobbl NOATBEPXAEHUsI cTaTyca CTaTUCTUYECKOrO KOHTPONS
BCEro mpouecca ucnbitanus®. Miobble JaHHble, BLIXOASLME 3a Aonyckaemble npeaenbl, He06xoaUMo uc-
cneaoBaTh U BbISBUTL NPUYKMHY(bI). Pe3ynbTaTbl TAKOro MCCReaoBaHUs MOMYT, NP HeobxoaAUMOCTH, NpuBeC-
TU K NOBTOPHOM KanuGpoBke annaparypbl.

X1.4 TMpu OTCYTCTBUW B METOAE MCTLITAHUA YETKMX TPEOOBaHWI NePUOANYHOCTb MPOBEAEHUS UCTIbITAHUN
obpasuos Ans QC 3aBUCUT OT KPUTUYHOCTM U3MEPSEMOrO Nnokasarens, crabunsHOCTM NpoLecca UCNbITaHUS
n TpeboBaHui 3akasumka. B obwem cnyyae obpasey ans QC cneayeT aHanU3MpoBaTh KaXKabli AeHb MpU
npoBeAeHNU OObIMHLIX UCNbITaHUIA. [epuoAMYHOCTL MCTbITaHui 06pasyos ana QC gormkHa yBENUUUBATLCS,
€Cnu aHanusnpyeTtca 6onbLIoe KONMYecTso 06pasLoB NPOAYKTOB. TeM He MEHEee eCnu A0Ka3aHo, YTO UCTIbI-
TaHMe HaxoAWUTCA MO CTATUCTMYECKUM KOHTPONEM, TO NEepUMOAWYHOCTL UCNbITaHMI o6pasuoB ans QC
MOXeET ObITb YMeHbLUEeHa. TOYHOCTb KOHTpons obpasuoB ana QC aomkHa Nepuoanveckn NPOBepsiTbC U
CpaBHMBATLCA C TOYHOCTbLIO MeToAa ucnbiTaHusa ASTM ana Toro, UtoObl rapaHTMPOBaTb AOCTOBEPHOCTb
DaHHBIX.

X1.5 PekomeHayetcs, 4ToObl NpU BO3MOXHOCTU TUN npoaykra ansa QC, UCnbITyeMoro noCTOSHHO, ABRSANCA
npeacTaBuTeNbHbIM Ansi TeX NPOAYKTOB, KOTOpble UCTbiThiBalOTCA. O6pasubl ans QC, nocrasnsemMble B
[0CTaTO4HOM 0Obeme, A0MKHbI ObITh JOCTYNMHLIMKU B TEYEHUE 3a[1aHHOTO NEPUOAA UCTIONbL3OBAHUSA, JOSDKHbI
ObITb OAHOPOAHBLIMU U CTAOUABHLIMU MPU COOTBETCTBYIOLLMX YCIOBUSIX XPAHEHUS.

X1.6 MogpobHas undopmauma no QC n MeTogaMm CTaTUCTUHYECKOTO KOHTPONSI Ka4yecTBa NpuBeAEHa B
ASTM D 6299 n MNL?.

8 MNL?, PykoBOfCTBO NO NpeAcTaBeHUo CXEMbl aHannaa AaHHbIX KOHTpons, 6-e naaaHue, Pasaen 3: Cxema
KOHTpONs ANsA oTAenbHbIX opraHusauuii, ASTM International, W. Conshohocken, PA.
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