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(57) Pedepar:

N3ob0pereHrne OTHOCUTCS K aHAJIUTHUECKOMN
XAMWH, a HWMEHHO K CIoco0y OIpeaeeHus
COJIEp)KaHUsI OPTAHUYECKOTO XJIOpa B XUMHUYECKUX
peareHTaXx M OLEHKM HX BIMSHUS Ha YPOBEHb
COJIEP)KAHUSI XJIOPOPTAHUYECKUX COCIUHEHUN MU
OpTraHMYECKH CBs3aHHOTO Xj1opa B HedTH. Criocod

OIIPEACTICHUSA COACPXKAHUA  XJTIOPOPraHUYCCKHUX
COEIMHEHUN U OPraHUYCCKH CBA3AHHOTO XJIOpa B
XUMHUUYCCKUX  pCar¢HTax MW  OLCHKH  BJIMAHHA
XUMHUYCCKUX pPE€arcHTOB Ha 06p330BaHI/Ie

XJIOPOPTaHUYECKHX COCIVHEHUNM U OPTaHUYECKU
CBSI3aHHOT'O XJIOpa B HE(TU BKIIOUYAET BBEACHHE
o0Opasua XMMHYECKOro peareHTa B mpoOy HedTH,
MOJIeNb HepTH WK HeTENPOayKTa B BBIOPAHHOM
COOTHOIIEHHWH, C TIOCIEOYIOMel IeperoOHKON
MONMyYeHHONM CMECH W TIOJyYeHHeM (paxiuil,
BEIKMITAIONIMX TIPM  pa3HBIX TeMIepaTypax, u
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KyOOBOT'O OCTAaTKa, OTMBIB IOJYUYEHHBIX (Ppaxiuii
n/mmu KyOOBOTO oOCTaTKa BOJOW IO TIOJHOTO
yIaJeHus HEOPraHWYeCKUX COEIUHEHHUH XJIopa,
OTOOp aNMKBOTHI OTOTHaHHOW (pakuuu w/umm
KyOOBOr'0 OCTaTKa JUIsl MOCIEAYIOIIEro aHaIu3a u
onpezeseHue COAePKAHUS OPTaHUUECKOTO XJIopa B
aJIMKBOTE, CYMMHUPOBAHHE Pe3yJIbTATOB ONPe/IeTICHHs
OPraHUYECKOTO XJIOpA B OTOTHAHHBIX (PPAKIUSAX U
KyOOBOM OCTaTKe AJIsl OIPEHEICHUs COAEp KaHUS
OOILEro OPraHWYecKoro XJopa B XUMpeareHTe.
TexHUYEeCKUM pe3yIbTaTOM ABISETCS IOBBILIEHUE
TOYHOCTM M JOCTOBEPHOCTH  OIPENeNICHUS
KOJIMYECTBEHHOTO COJIEPKAHUSI XJIOPOPTraHUYECKUX
COCIMHEHUI B XMMUYECKUX PEreHTAaX U UX BKIIAJa B
COJiepXKaHUe XJIOPOPraHWYECKUX COCTUHECHUM B
HedTH. 6 3.11. -JIBI, 2 TAOI.
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(54) METHOD FOR DETERMINING THE CONTENT OF ORGANOCHLORINE COMPOUNDS AND
ORGANICALLY BOUND CHLORINE IN CHEMICAL REAGENTS AND EVALUATING THE EFFECT OF
CHEMICAL REAGENTS ON THE FORMATION OF ORGANOCHLORINE COMPOUNDS AND

ORGANICALLY BOUND CHLORINE IN OIL

(57) Abstract:

FIELD: analytical chemistry.

SUBSTANCE: invention relates to analytical
chemistry, namely to a method for determining the
content of organic chlorine in chemical reagents and
assessing their effect on the level of organochlorine
compounds and organically bound chlorine in oil. A
method for determining the content of organochlorine
compounds and organically bound chlorine in chemical
reagents and evaluating the effect of chemical reagents
on the formation of organochlorine compounds and
organically bound chlorine in oil includes the
introduction of a sample of a chemical reagent into an
oil sample, a model of oil or petroleum product in a
selected ratio, followed by distillation of the resulting
mixture and obtaining fractions boiling at different
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temperatures and a cubic residue, washing the resulting
fractions and/or cubic residue with water until the
inorganic chlorine compounds are completely removed,
selection of the aliquot of the distilled fraction and/or
the cubic residue for subsequent analysis and
determination of the content of organic chlorine in the
aliquot, summation of the results of the determination
of organic chlorine in the distilled fractions and the
cubic residue to determine the content of total organic
chlorine in the chemical.

EFFECT: increase in the accuracy and reliability of
determining the quantitative content of organochlorine
compounds in chemical reagents and their contribution
to the content of organochlorine compounds in oil.

7 cl, 2 tbl
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M306peTeHrne 0OTHOCUTCS K 00JIaCTH aHAJTUTUYECKOM XMMUH, 4 UMEHHO K CITIOCO0Y
OIpE/ICTIEHUS] COIEPKAHUS OPTAHUYECKOTO XJI0Pa B XMMUUYECKUX peareHTax U OLEHKH UX
BIIMSIHUSI HA YPOBEHb COAEPKAHUS XJTIOPOPraHUYECKUX COCTMHEHUI U OPTraHUYECKH CBSI3AHHOTO
XJI0pa B HEPTH.

B nacrosiee BpeMst HepTenoObIBatoIIas MPOMBIIIIIEHHOCTb UCTIOJIB3YET OIPOMHOE
KOJIMYECTBO PA3JIMYHBIX HE(PTEIPOMBICIIOBBIX PEareHTOB: CTa0MIM3aTOPHI HH, [TAB,
AMYJIBTaTOPHI, IEIMYIIBIaTOPBI, MOAU(PUKATOPHI BA3KOCTH, HHTHOUTOPHI KOPPO3HH,
unruouropsl ACIIO, neTeprenTsl, 0aKTepuluabl U p. MHOTHE peareHThbl CoJIepkKaT
XJIOPOPTraHUYECKUE COETUHEHUS JIMOO B KAUECTBE COCTABJISIOIIETO KOMITOHEHTA, JIMOO B BUJIE
MIPUMECH, OCTABIIEHCS B HUX B PE3YyJIbTATE HAPYLIEHUS TEXHOJIOTUN UX MOJIYYEHUSI.

Xnopopranndeckue coeauaenus (XOC) mpeacTaBiIsiioT coO0 opraHuIecKue COeIMHEHUS,
B KOTOPBIX OJIMH WK O0Jiee aTOMOB 3aMelIeHbl aTOMaMu Xjopa. Jlerkoneryuune
xsopopranuueckue coequnenust (JIXOC) npeacrasisitor coboit rpyny XOC, remnepatypa
KHITeHUsI KOTOphIX HIke 204 °C. W3 comepkanmxcs B He(hTH TaIOTeHCOAePIKAIIUX COSAMHEHUIA
umeHHO XOC co3naroT HauboJIbIIME MTPOOJIEMBI, TAK KaK OHU SIBJISIIOTCS JOMOJIHUTEIIBHBIM
K HEOPTraHMYECKUM XJIOPHUIAM (B PSAE CI1y4yaeB BECbMaA 3HAUMUTEIbHBIM) ICTOUHUKOM
XJIOPUCTOBOIOPOIHOM KOPPO3UU YCTAHOBOK nepepadboTku HedTu. [Tpu nepepaboTtke HedTH
B YCJIOBUSIX BBICOKMX TEMIIEPATYP OHU YACTO pa3pylIaloTcsi ¢ 00pa3oBaHUEM KOPPO3MOHHOIO
XJIOPUCTOrO BOAOPOAA, a YACTUYHO - C 0Opa30BaHUEM Oo0Jiee JIErKUX COEeAMHEHUH,
pacnpenensitomuxcs mo Gppakuysm HeTH.

HaunbGonpmas aktuBHocTh XOC HaOM01a€TCS HA YCTAHOBKAX MTPEABAPUTENIBHOM
TUJIPOOUYUCTKHU ChIPbS, AU3ETBbHOIO TOIUIMBA, Fa30(hPaKUMOHUPOBAHUS U PUPOPMUHTA.
ITpenenst Beikunanuss XOC B OCHOBHOM COBMAJAOT C MPEAeIaMU BRIKUITAHUST OCH3UHOBBIX
dbpaxuuii, T0O3TOMY OCHOBHOH yliepd HaOII0JaeTCsl HA YCTAHOBKAX KATAJIMTUYECKOTO
pudopMHUHTa 13-3a BBICOKOM CKOPOCTH KOPPO3UH, 00yCIIoBIIeHHOM obpa3oBanrem HCI, u
YACTUYHOM JIe3aKTUBALMEN KaTaiu3aTOpoB. CoJisiHAsI KUCIIOTA SIBJISETCS CUJIbHEHIIIMM
KOPPO3UOHHBIM areHTOM, KPOME TOT' 0, XJIOPUCTBIN BOIOPO B3AUMOAEUCTBYET C AMMHUAKOM,
00pa3yIOIKUMCS TPU TMIAPUPOBAHUM COETMHEHUH a30Ta, KOTOPBIE TPAIULMOHHO TPUCYTCTBYIOT
B He(H. B pesynbTate oOpaszyercs xnopun ammonust (NH4Cl) — 6enoe nopoikoodpaszHoe

BEIIECTBO, KOTOpOE 3a0uBaeT obopyaoBanue. B pesynbrate 000pya0BaHUE YCTAHOBOK
TUJIPOOUYHNCTKH, & TAK)KE OJIOKOB MpeIBAPUTEITLHON THIPOOUYUCTKHU ChIPhSI yCTAHOBOK
KaTaJIMTHUECKOTO pUGOPMUHTA U U30MEPHU3AIUN TTOABEPTraeTCs JOTIOTHUTEIIBHOMY
W3HAIIMBAHUIO U3-32 XJIOPUCTOBOJIOPOIHOM KOPPO3UU U 3a0UBAETCS OTIIOKEHUSIMHU
XJIOPUCTOTO AMMOHHUSL.

I'OCT P 51858 na HedTb [1], mpeanucbiBaeT 00s13aTeIbHOE OMPEACIICHUE, TOMUMO
TPaJMIMOHHBIX (PU3UKO-XUMHUUECKHX ITOKa3aTelel (IITOTHOCTh, COACPKaHue MEXaHUIECKUX
MTPUMECE, BOJIBI, XJIOPUCTHIX COJIEH, CEPOBOIOPOAA M MEPKAIITAHOB, TABJICHUE HACHIIICHHBIX
MapoB), TAKXKE U cosiepxkanus ximopopranndyeckux coeauaenunii (XOC). BI'OCTe ycranosiena
HOpPMa OPraHUYECKUX XJIOPHUI0B BO ¢pakuun HedTH, Beikumnaroriei 10 204 °C - ve 6omee 10
ppm.

Haunb6onee yacro XOC B 6011bIIMX KOJIMYECTBAX OOHAPYKUBAIOTCSI B OPraHUYECKUX
pacTBOPUTENSIX (HAPUMED, TOIYO), TuaApododu3aTopax Ha OCHOBE N-
ATKWIIMMETUIOCH3UIIAMMOHUI XJIOpYAa, CMa304YHBIX JOOABKaxX /1711 OYPOBBIX PACTBOPOB
Ha OCHOBE OTPA0OTaHHBIX MACEI, & TAKIKE KUCITOTAX, SIBIISTFOIIMXCS OTXOIaMU ITPOU3BOCTBA,
B TEXHOJIOTUYECKHUX MPOLECCaX KOTOPOTO MPUCYTCTBYIOT XJIOPOPTaHUUECKHE COSTMHEHUSI.
B HeGompmmx komyectBax XOC BeTpeuaeTcss B MHTUOUTOPAxX KOPPO3UH, OaKTepUIIUIAX,
MHTUOUTOpAX KOMILJIEKCHOTO JEHCTBUS.

[Tpu ompenenennu cogepKaHusi MACCOBOI JOJIM OPTaHUUYECKUX XJIOPUIOB B
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He(TEMPOMBICIIOBBIX XMMpPEAreHTax MeTO/IaMU PEHTIeHOMIIOYPECEHTHON CIIEKTPOMETPUH,
SHEPTOAUCIIEPCUOHHOMN CIEKTPOMETPUU, MUKPOKYJIOHOMETPUUYECKUM TUTPOBAHHUEM,
BOCCTaHOBJIEHUEM OU(EHUIOM HATPUS U ITOCIIEAYIOIIUM MOTEHIMOMETPUUECKUM TUTPOBAHUEM
BO3HUKAET MpodJieMa pa3iejeHus OPraHUYECKUX XJIOPUIOB OT HEOPTraHUYECKHUX.

MeTtoaamu peHTreHO(IOYPECUEHTHOM CIIEKTPOMETPUN, IHEPTOAUCTIEPCUOHHOM
CIIEKTPOMETPUM OTIPENIEIISIETCS 00IIIee CoAepKaHKe XJIOpa BHE 3aBUCUMOCTH OT TOTO, B KAKOM
COEJIMHEHUU OH HAXOJIUTCS: OPTaHUYECKOM WJIM HEOPTAHUYECKOM.

Meto1bl MUKPOKYJIOHOMETPUYECKOTO TUTPOBAHUS, BOCCTAHOBJICHUSI OM(PEHUIIOM HATPUS
C MOCJIEIYFOIIMM MOTEHIMOMETPUUECKUM TUTPOBAHUEM, 4 TAKXKE IPYTUE METOABI (HATIPUMED,
I'OCT 14618.1-78) mpeaycMaTpuBaloT NepeBeieHe/pa3pyllieHue OPraHMuecKuX XJIOPUI0B
JI0 HEOPTraHUYECKHUX C MOCIEAYIOIIUM TUTPOBAHUEM.

B cBs131 ¢ 3TUM HM3HAYATBHOE MPUCYTCTBUE B TPOOE XMMpeareHTa HeOpPraHUYECKUX
xsopunos (Hanpumep NaCl, HCI, AICl; u 1.1.) OyAeT MelaTh OnpeaesieHUI0 MaCcCOBOM J10JIH

OPraHUYEeCKHX XJIOPUIOB / XJIOPOPIaHUUECKUX COeAMHEHUN. Pe3yibTaTsl onpeieneruii OyayT
HEJIOCTOBEPHBIMM.

B Metogax TOCT P 52247 u ASTM D4929 B xauecTBe MpeBapUTEILHOMN Onepalyn
MPOOOTOATOTOBKH MPEAYCMOTPEH OTroH HadThl (ppakiyu, Beikunatomeit 10 204 °C). [pu
aHanmze xumpeareHToB MeTogamu ['OCT P 52247 Ha 4OCTOBEpHOCTD PE3YJIbTATOB OKa3bIBAET
BJIMSIHUE HAJIMYME HEOPTaHUUECKUX COEAUHEHUI XJI0pa U IPYIUX FAJIOTEHOB, & TAKXKE CEPBHI.
MeTtoaoM peHTreHOIIyOPECHEHTHOTO aHAIM3a OIPEIEIISETCs BECh XJIOP (B T.4.
HEOPraHWYECKHI), & HE TOJIBKO HAXOISIIIUICS B BUAE XJIOPOPraHUUeckoro coeanuenus. [Tpu
apantauur MetogoB 'OCT P 52247 nns npuMmeHeHus: K He(TEMPOMBICTIOBBIM ITPOIYKTAM
BO3HUKAET MpobiieMa C HEBO3MOYKHOCTBIO IIEPETOHKH XMMPEAreHTOB aHaJIOruuHo Heptu. B
MpoLEcce NePEeroHKH HePTEPOMBICIOBBIE PEATEHTHl MOTYT pa3pylIaThCs TN
MIOJIMMEPU30BATHCS, BOAOPACTBOPUMBIE U BOAOAUCTIEPTUPYEMBIE XUMPEATEHTHI HEBO3MOKHO
OTMBITh BOJOM OT HEOPTraHUUECKUX XJIOPUIIOB KaK HA(TYy.

N3BecTeH criocod onpeaeneHus: CoAepKaHus JIETYUUX XJIOPOPraHUYECKUX COeIMHEHUH B
Cn0kHBIX cMecsX (mateHT PO Ne2219541 C1). [1pu 3TOM aHAIM3UPYEMYIO CMECH TPOITYCKAIOT
B IIOTOKE ra3za-Hocures uepes3 ucnapurensb rnpu 220-350 °C, 3aTeM pa3aessioT B KaWUISIPHON
KoJioHKe xpomaTorpada ripu 50-320 °C, nerektrpytoT ripu 220-350 °C B 35IeKTPOHO3aXBATHOM

JIETEKTOPE, B KOTOPBIN JOIMOJHUTEIIBHO MMOAAIOT T'a3-HOCUTENb CO CKOPOCTHIO 20 CM>/MUH 1
10 KOJIMYECTBEHHOMY U MHMBUIYaJIbHOMY COCTABY JIETYUHX XJIOPOPTraHUUECKUX COSTMHEHUHN
YCTAHABJIMBAIOT KOHKPETHBINA UCTOYHUK 3aTrPSI3HEHUSI.

HepocraTtkoM qaHHOTO METO/A SIBJISIETCSI HEBO3MOXHOCTH ITPOBEACHUS aHAIU3A JIJTS psaa
BEIIECTB, a TAK)KE MOJIyYeHUE HEJOCTOBEPHBIX PE3yIbTAaTOB MpH aHau3e mpoo. [1pu ananuse
MpoO peareHTOB B BUJIE KUCIOT U KUCIIOTHBIX COCTABOB METOJIOM T'a30KUAKOCTHOM
xpoMaTorpaduu BBeIeHUE KUCIOT B TPUOOP BHI3BIBAET KOPPO3UIO METATUIMYECKUX IJIEMEHTOB
npubopa, a BBeAeHHUE (GTOPUCTOBOIOPOTHON KUCIOTHI MPUBOIUT K PACTBOPEHUIO CTEKIITHHBIX
yacrel mpubopa. Kpome Toro, B rpouecce aHallM3a Ha JJOCTOBEPHOCTh PE3yJIbTaTOB TaAKXKe
OKa3bIBAET BIIMSHUE HAJIMYME HEOPTAHUUYECKUX COEMHEHUN XJI0Pa.

N3BecTeH crmocod moAroToBKY Mpo0 HEPTEITPOMBICTIOBBIX XMMPEATSHTOB 715 OITPE/IEIICHHUS
XJIOPOPraHUYECKUX COETMHEHUI U OPTaHUUECKH CBSI3AHHOTO XJIOPA, BKITIOUAIOIINI OT/ACTICHUE
COJIEN YeTBEPTUYHBIX AMMOHUEBBIX COEAUHEHUN [1JIs1 UCKTIOUEHUS BIIMSHUS TPOJIYKTOB UX
TEPMHUUECKOM IECTPYKILUH, ITPU ITOM OCYIIECTBIISIIOT OTOOP UCCIIeyeMO IMPOObI, MOJISIPHOTO
Y HEMOJISIPHOT'O PACTBOPUTEIIEH B paBHBIX JOJISIX, IKCTPATUPOBAHUE CMECH C TIEPEXOIOM
YEeTBEPTUUYHBIX AMMOHMEBBIX COCMHEHUI B ITOJISIPHYIO (Da3y, a XJIOPOPraHUIECKUX COCAMHEHUIMA
B HEMOJISIPHYIO (Da3y ¢ MocaenyomuM 0TOOPOM AIMKBOTHI 9KCTPAKTA HETIOJISIPHOTO
pacTBopUTENs 1Sl TpoBeAeHUs aHam3a (mateHT PD Ne2713166, ony6i. 22.07.2019).
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[Tpu npsimom BBO/Ie TpOOBI XUMpEareHTa B aBTOMATUYECKHUI KYJTIOHOMETP MPU CKUTAHUU
MPOOBI HE(TEMPOMBICTIOBOTO XMMPEATeHTA MPOUCXOIUT 3aKOKCOBBIBAHUE Y3JI0B TprOOpa
MIPOJIYKTaMU CTOPAHMUS], UTO IPUBOAUT K MOBBILLIEHUIO 1ABJIEHUS] BHYTPU CUCTEMBI U CO3AHUIO
aBapUIHON CUTYyaLUH.

TexHuuyeckoi 3a1aueit 3asiBIsIeMOT0 U300peTEHUS SIBIISIETCSl CHUKEHUE PUCKA 0Opa30BaHUs
XJIOPOPTaHUUECKUX COETMHEHUI B TOBAPHOM HE()TH 32 CUET BHICOKOTOYHOT'O KOHTPOJIS
MPUMEHSEMbIX XUMUUECKUX PEareHTOB.

TexHuueckuii pe3yJabTaT — BbICOKASl TOUHOCTD U IOCTOBEPHOCTb OMPEACIICHUS
KOJIMYECTBEHHOT'O COJIEPKAHUS XJIOPOPTraHUYECKUX COCIMHEHUI B XUMUUECKUX PETEHTAX U
UX BKJIaJla B COJIEpKAaHUE XJIOPOPraHUYECKUX COETMHEHUHN B HEPTH, B T.U. 32 CUET UX
PAa3IIOKEHMUS.

TexHuueckuii pe3ysIbTaT JOCTUTAETCS TEM, UTO CIIOCOO OMpEAENIEHUs COACPKAHUS
XJIOPOPraHUYECKUX COEAMHEHUI U OPraHUYECKU CBSI3AHHOTO XJIOpa B XUMUUYECKUX pEareHTax
Y OLICHKA BJIMSIHUSI XUMUUECKUX PEareHTOB Ha 0O pa30BaHUe XJIOPOPTaHUYECKUX COEAUHEHUN
Y OPraHUYECKHU CBSI3AHHOTO XJIOpa B HE(TH BKIIIOUAET OTOOP MPOOBI UCCIeayeMOoro oopasia
XMMHYECKOT0 peareHTa, BBeJIeHre oopasia B mpo0y HedTu, Moenb HeTH Wi HehTenpoayKTa
C TTOCTIEAYIOIIEN MEPErOHKOM MOTyUYeHHOM CMECH U MOoJTydeHUeM (hpaKiyi, BBIKUTIAIOIINX TTPH
pPa3HBIX TeMIIepaTypax, U KyOOBOI'O OCTaTKa, OTMBIB ITOJIYUYCHHBIX (pakiuili U KyOOBOro
OCTATKa BOJIOM /10 MOJIHOT'O YAAJIEHUS] HEOPTaHUYECKUX COEAUHEHMI XJI0Ppa, OTOOP AJTMKBOT
OTOTHAHHBIX (hPPAKIUN W/ UK KyOOBOT'O OCTATKA JIJIs TOCTIEAYIOIIEr0 aHAIU3a U OTIPEIeTICHUS
COAEPKAHMSI OPTaHUYECKOT0 XJIOPA B AJIMKBOTAX, CYMMUPOBAHHUE PE3YIbTATOB OINPEIETICHUE
OPraHMYECKOI0 XJIOpa B OTOTHAHHBIX (PpaKUMsaX U KyOOBOM OCTATKe JJIs ONPEAEIICHUs
coziepkaHus OOIIEro OPraHuIecKoOro Xjaopa B XUMpPeareHTe.

ITockonbKy 0OBEKTHI UCTIBITAHUI MTPEICTABISIOT COOOM Pa3IMUHBIE TUITBI XUMPEATeHTOB,
pa3zHoOOpa3HbIe IO XUMUYECKOMY COCTaBY, HEJIb351 UCKITIOUUTh BO3MOKHOCTh MTPUCYTCTBUS
HEOPraHUYECKOro XJIopa 0e3 IOMOJHUTEIbHBIX UcciieoBaHui. KpoMme TOro BO3MOKHO
MIPOTEKAHUE XUMUUECKUX PEAKLMI UK TEPMHUUECKAs NECTPYKLUS COETMHEHU, BXOISIINX B
COCTaB XMMUYECKOT'O peareHTa ¢ 00pa30BaHUEM BTOPUUYHBIX XJIOPOPraHUYECKUX COEAUHEHUH.
DT0 HEOOXOMMO YUUTHIBATH MPHU BEIOOPE XMMUYECKHUX PEATreHTOB, TOMYCKAEMBbIX K
MIpUMEHEHUIo B He(pTemoObIue.

[TpenBapurenbHOE CMEIIEHNE XMMUYECKOTO peareHTa ¢ MOAebio He(hTH TTO3BOJISIET
UCKJTIOUUTHh BO3MOYKHOCTh 3aKOKCOBBIBAHUS Y3JI0B MPUOOpA MPOTYKTAMU CTOPAHUs TIPU
VCIIOJIb30BAHMU ABTOMATUYECKOT O KYJIOHOMETPA C KAMEPOH CTOPAHMSI 1T AHAJIN3A PEATEHTOB
Y B LIEJIOM TTO3BOJISIET OLIEHUTD BIIMSHKUE TOT'O WJIM MHOTO peareHTa Ha 00pa3oBaHue
XJIOPOPTaHUYECKUX COCTUHEHUI B HE(DTH.

B zasBisiemoM crioco0e B 3aBUCUMOCTH OT 33144 U LieJiel UCIIBITAHUM BBIOWPAIOT TpeOyeMoe
COOTHOIIIEHUe HePTH (MOAeM He(hTH) U HEPTEITPOMBICIIOBOTO XUuMpeareHTa. st yMeHbIIeHu st
BIIMSIHUS pa30aBJIeHUSI XUMpPEareHTa IIpy JO3UPOBaHUY B HE()Th HA HIKHMI TTPEIeTT
O00HAPYKEHUs] OPTaHUYECKOTO XJI0pa UCTIOJIb3YIOT COOTHOIIIEHUE XUMpeareHTa K HedTH,
Harpumep 1:1, 1:2, 1:3. B cinyyae HepTepacTBOPUMBIX XUMPEATEHTOB BO3ZMOKHO
WCITOJIb30BAaHUE COOTHOIIECHUS 2:1. [{J1s1 OUEHKHY BIMSIHUSI XUMPEAreHTa Ha yBEJIMUECHUE
XJIOPOPTraHUYECKUX COCTMHEHUI B HePTH XMMpeareHT BBOSIT B paboueil TO3UPOBKeE,
COOTBETCTBYIOIIIEH JTO3UPOBKE MPUMEHSIeMO ITpy HedTemo0bue B quamazone ot 10 go 1000
r/T, unu B cooTHotenuu 1:10 - 1:1000. Takum obpaszom, mis onpeaeiaeHus OX B caMoM
XUMpeareHTe BBIOMPAIOT MAKCUMAIIBHO BO3MOXKHYIO IO3UPOBKY XUMPEATE€HTA, HE MELIAOIIYIO
OTroHy (ppakuuit HepTH, 111 HePTEPACTBOPUMBIX UHTHOUTOPOB KOPPO3UHU, ACTIPECCOPHBIX
MIPUCAJIOK, IEIMYJIbraTOPOB, pacTBoputenedt u tHruoutopos ACIIO BeIOUpAIOT COOTHOIIIEHUE
xuMpeareHTa v HedTu B 2:1, 1:1, 1:2; 1511 BOMOPACTBOPUMBIX XUMPEATEHTOB BRIOUPAIOT
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cooTHotieHue 1:1. B cimyyae meHoo6pa3oBaHMs BEIOMPAIOT KOJIOY O0bIero oobema,

Hanpumep, 500 nium 1000 cM> Ha 06BeM cMecH XUMpeareHTa ¢ Mofelnbio Hedtu ot 50 1o 150

CM3.

3a cuer HarpeBa U 0Opa30BaHMS My3bIPHKOB BO BPEeMsI IIEPETOHKH MOJIEIIA HEPTH C
BBEJAEHHBIM XMMUYECKUM PEAr€HTOM MIPOUCXOAUT JIyUllee IEPEMELIMBAHUE XUMPEATreHTa C
MOJIETBI0 HEPTH 1 IKCTPAKIMS XJTOPOPTaHUIECKUX COSTMHEHUH B YIJICBOAOPOIHYIO YaCTh,
MOCJIe Yero B OTOrHAHHOM (PpaKLUUK MOKHO OTMBITh BOJIONM HEOPTaHUYECKUE COETMHEHUS
XJIopa.

JIi1s1 nenent onpeneneHus CoIEPKAHUS XJIOPOPTraHUUECKMX COEIMHEHUI M OPraHUYECKU
CBSI3aHHOTO XJIOPA B XMMUYECKUX pEAreHTaX U OUEHKU BIIMSIHUSI XUMUYECKUX PEATEHTOB Ha
00pa3oBaHUe XJIOPOPTAHUIECKUX COCTMHEHUN U OPTaHWYECKU CBSI3aHHOTO XJIOpa B HEPTH
OCYIIECTBJISIIOT MPEABAPUTEIIHHYIO MTOJTOTOBKY ITPOOBI /TS aHATIM3a, BKITIOYAIOIIY IO BBEJCHUE
00pasia XMMUYECKOTO peareHTa B BbiOpaHHOM cooTHomeHuu (1:1, 1:2, 1:3 - 1: 10, 1:100 u
T.1.) B IpoOy He(TH, MoJIeTb HeDTH WM HEDTEMPOIYKTA C MOCIEAYIOIEH eperoHKON
MTOJTyYEHHOM CMECH M TMOJIyYeHHeM (DpaKIuii, BBIKUTIAIOIIUX TIPH PA3HBIX TEMIIEpaTypax, u
KyOOBOTO OCTaTKa, OTMBIB ITOJTyYeHHBIX (paKIuil 1 KyOOBOTO OCTaTKa BOJIOM JI0 IMTOJTHOTO
yIaJICHUSI HEOPTaHUYECKUX COSIMHEHUH XJ10pa, 0TOOP aJIMKBOT OTOTHAHHBIX (hPAKIMI W/UITH
KyOOBOTr'O OCcTaTKa JIJIsl MOCJIEIYIOIIErO aHAJIU3a.

B kxauectBe Mozeny HEPTH UCTIONB3YIOT COUETAHUE YIJIEBOIOPOIHBIX PACTBOPUTETIEH,
BBIKUTIAIOIIUX TIPU Pa3HBIX TeMIlepaTypax (Tadmmua 1).

Tabmuna 1. BapuanTtel Mojeseit HedTH.

KomnoHeHTbI CooTHOIIEHHE

Kcumon, kepocuH, ra3oiiib 1:1:1

Ierpomneinsiit a¢up 70/100, Hedpac C3-8/120, TormmBo ai1s peakTUBHBIX ABurateiedt TC-1 1:1:1
Keunomn, xepocun, Heppac C3-8/120 1:1:1

Kcuion, kepocuH, TU3ebHOE TOIUIMBO 1:1:1

O-Kcumomn, conpBeHT HadTa, yalT CIIUPUT 1:1:1

KepocuH, Toiyosn, Keuion 1:2:2

ComnbBeHT (HadTa) HeTsIHOM TsDKEMBIN apomaTrdeckuit (Hebpac A120/200), kepocHH, eTpoIIeH-

HBIi 3¢Up LA

B03M0XHO HCIIONIB30BAHUE IPYTUX MOJIETIEH.

[Tpu uccnenoBaHuU BA3KHUX UM TBEP/IBIX (TOPOIIKOOOPA3HBIX, FPAHYJIMPOBAHHBIX U . )
XUMHUYECKUX PEAT€HTOB OCYLIECTBIISIIOT IIPEIBAPUTEIBHOE UX PACTBOPEHHE B MTOIXOISIIIUX
pacTBOPUTENSAX (HAIIpUMED, yKa3aHHOM B TY Ha uccienyeMslil peareHT). BoaMoxHO
J00aBIIEHUE CyXOT0 XUMpPeareHTa B MOJIeb He(PTH.

ITeperoHky BO3MOKHO OCYIIECTBIIATH C PA3JIMUHBIMU TEMIIEPATYPAMHU B 3aBUCUMOCTH OT
3aa4 uccienoBanus. B cirydae HeooxoaumocTu uzyuenust pacapeneneHust XOC no gppakiusim,
OCYIIECTBIISIIOT OTOOP KaXKI0M BBIKUIAIOIIEH (DPAKIMK B OTIETHHYIO MPUEMHYIO KOJIOY C
nocienyromuM uzmependeM XOC B kaxou ¢ppakiuu 1 KyboBoM octatke. B ciyuae
HeoOxomumoctu onpeaenieHuss XOC TonbKo BO (ppakuyu, Beikumnaroreit 10 204°C,
OCYIIECTBIISIIOT OTTOH COOTBETCTBYIOMIEH Pppakiyu v u3mepenue B et XOC. s onpenenenue
00111ero OPraHUYecKOro XJopa B XuMpeareHTe OCYIIECTBIISIOT OTIOH (PPAKIMH, BBIKUITAOIIEH
110 204 °C, oT™BIB (ppaxiyu HahThI BOJOM A0 MMOTHOTO yIAIEHUS] HEOPTaHUIECKUX XJIOPHUIOB,
uzMmepenre OX Bo ¢ppakiuu HaThl, OTMBIB KyOOBOI'0 OCTATKA BOJIOM /10 MOJIHOTO YAAJIEHUS
HEOPraHUYECKUX XJIOPUAO0B, u3MepeHrne OX B KyOOBOM OCTATKE, CYMMUPOBAHHUE PE3YIbTATOB
u3MepeHuit Bo ppakimu HahThl U KyOOBOM OCTAaTKe.

JI7151 OLEHKM BIMSIHUS XUMPEAreHTOB Ha 00pa3oBaHUE OPraHUUECKOro Xjiopa B Hedtu
OCYIIECTBIISIIOT OTTOH (hpaKiuu, BeIkuMaroiei 10 204 °C, oTMbIB ppakuuu HadThI BOJIOM 10
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MOJTHOTO YJIaJIEHWsI HEOPTAHUYECKUX XJIOPUIOB, U3MEPEHUE OPTaHUIECKOTO XJI0pa B
OTOTHAHHOM (ppaximy HADTHI.

[Tocne moaroToBku MpooOk! onpeneisitoT coaepxkanue XOC Ui opraHu4ecku CBI3aHHOTO
XJI0pa JIIOOBIM U3 U3BECTHBIX METO/IOB: Ta30Basi, Fa305KUAKOCTHAS XpoMaTorpadwus,
peHTreHo(ITyopecueHTHAS CIEKTPOMETPHS, SHEPTOTUCTIEPCHOHHAS CIIEKTPOMETPUS,
MUKPOKYJIOHOMETPUYECKOE TUTPOBAHUE.

Takum o6pa3oM, Uccaea0BaHUE TOATOTOBIEHHON MPOOBI TI0OBIM U3 U3BECTHBIX METOIOB
aHaM3a ¢ OOJIBIION CTEMEHbIO JOCTOBEPHOCTH JIA€T MPEICTABICHUE O AEUCTBUTETILHOM
colIepKaHUM OPTAHUYECKUX XJIOPHUIOB.

OrnucaHue OCyIIECTBICHUSI U300 PETEHUSI:

1. ITpoGomoaroToBka s ucciaenoBanuss OX B XMMUUECKOM pearcHTe.

[TpurorosieHue MoenbHOM cMecu HedTH (matee — MCH)

B xuMHueckoM crakaHe CMEIIMBAIOT paBHbIE 00BEMBI TIETpoJIeliHOTO Adupa, Hedpaca C3-
8/120 u ToruuBa TC-1.

XuMpeareHT B 00beMHOM cooTHoIIeHuu 1:1 cmemmBaroT ¢ MCH, mpoBoaaT oTToH HaThI
— (paxumm, Beikumnaromie 10 204 °C, oTMbIB hpakuyu Ha(Thl BOAOM /10 MOJIHOTO yIaJIEHUS
HEOPTaHUUECKUX XJI0pUI0B, udMepenue OX Bo dpaximu HapThI, OTMBIB KyOOBOT'O OCTATKa
BOJIOM JI0 MOJTHOTO y/IAJICHUsI HEOPTraHUUECKUX XJIOpUI0B, u3MepeHre OX B KyOOBOM OCTATKE,
CYMMHPOBaHME Pe3yIbTaTOB U3MEPEHUI1 BO (hpakimu HAPTHI U KyOOBOM OCTATKe.

2. I[IpobomnoaroroBka ajis ucciaenoBanus pacapeaeneHus OX mno Gpaxiysm npu J03UpOBKe
XHMHUYECKOTO PEeareHTa.

[Tpurorosnenue moaensHoM cMecu HedTH (Hanee — MCH)

B xumuueckoM cTakaHe CMEIIMBAIOT PaBHbIE 00BEMBI ITETPOsIeHHOTO 3¢upa, Hedpaca C3-
8/120 u ToruBa TC-1.

XuMpeareHT B 00beMHOM cooTHoIIeHuH 1:5 cmemmBaioT ¢ MCH, npoBoasT oTrox
(b pakuuii, MpOBOIAT OTOOP KaXKIOM BBIKUIIAIOIIEH (PPAKIMH B OTACTBHYIO TPUEMHYIO KOJIOY,
OTMBIB KaX10M (paKLyy BOJOM 10 TTOJIHOTO YAAJIEHUsI HEOPTaHUYECKUX XJIOPUIOB, U3MEPEHUE
OX B kaxaou ¢ppakuur 1 KyOOBOM OCTATKE.

3. IIpoGonoAroToBKa JIsl UCCIIEOBAHMS BIUSHUS XMMpeareHTa Ha yBenuuenue OX B
He(THU.

[TpurorosieHue MoienbHOM cMecu HedTH (namee — MCH).

B xuMHueckoM crakaHe CMENIMBAIOT paBHbIE 00BEMBI TIETpOJIeHHOT O 3upa, Hedpaca C3-
8/120 u Toruua TC-1.

B ciiyuae ucnonbzoBaHue peaabHON HEPTH MPOBOAST CHavYajla €€ aHaJIu3 Ha COJIepyKaHHe
OX o 'OCT P 52247.

XumpeareHT B 00beMHOM cooTHoteHuH 1:100 cmemmmBaroT ¢ MCH wiv HedThI0, MPOBOAST
OTroH (paxiuu, Beikunarorieit 10 204 °C, oTMbIB hpakiyy HapThl BOJOH 10 MMOJTHOTO
yIaJIeHUs] HEOPTaHUIECKUX XJIOPUIOB, U3MEPEHUE OPTaHUYECKOTO XJIOpa B OTOTHAHHON
dbpakuuy HapTHI.

[Tpumeuanue: Bece peakTUBBI TpenBapUTENIbHO MPOBEPSIOT Ha conepxkanue OX. B ciyyae
¢ peasibHOM HePThIO MPOBOIAT U3MepeHre OX B HEPTH, TOTOM B HEPTHU C XMMPEATEHTOM,
PE3YIbTAT CUMTAIOT KaK PA3HUILY MEXIY MOJTyUeHHBIMU 3HAUCHUSIMHU.

[TpuMepsI ocyIecTBICHUST U300 PETEHHUS

ITpumep 1

Brut mpousBeneH 0TO0P MpoOBI XUMPEAreHTOB, JO3UPOBAHUE B MOJIETh HEPTH, IEPETOHKA
¢ MojieNblo HedTH, aHaNIM3 Ha cojiepxkanue OX MeTo10M peHTreHo(IyopecueHTHON
creKTpoMeTpuu. B Tabnuie 2 mpuBeeHbl pe3yIbTaThl OOHAPYKEHUS XJIOPOPraHUIECKUX
COETMHEHUH B UCCIIEAYEMBIX peareHTax:
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Tabmuua 2 Pe3ynbratsl o0HapysxeHust XOC B UHTHOMTOPE KOPPO3UH J10 TPOOOTIOATOTOBKU
¥ TIOCTIE Hee

IIpo6omoaroroska, m3mepeHue Ha POA
HazBanue PesymuTar usvepenuii nanps- COOTHOIIEHHE XUMPEareHT:MO/1eIb He(hTH
Myio POA, ppm :
1:1 1:10 1:100
Ilenoracurens 0 0 0 0
Muruburop kopposuu 557 24 232 0
Jesmymnbratop 0 0 0 0
HHrnéurop kopposuu 39 37,5 36 0
Wuruburop ACITIO 22 22 20 0
T'uapodobuzatop 1298 11 12 0
MHrHOUTOp KUCTIOTHOM KOPPO3UH 786 128 126 116

[TpeumyiiecTBa 3asBisieMOro U300PETEHUS:

- BO3MOKHOCTbh TOYHOT'O M JOCTOBEPHOT'O OIPEACIICHU UCTOYHUKA 3aTPA3HEHUS TOBAPHOM
He(dTU B BUJIE XJIOPOPTAHUYECKUX COETMHEHUN M OPTaHUUECKU CBSI3aHHOTO XJI0Pa;

- BO3MOXHOCTb BEJIEHUSI KOHTPOJISI XMMUUECKUX PEATEHTOB I10 COAEPKAHUIO
XJIOPOPTraHUYECKUX COETUHEHUMN.

- BO3MOHOCTb IIPOBEACHUS AHAJIU3A XUMUUYECKUX PEATEHTOB, IIPEACTABICHHBIX B
pasnuuHoi puznueckoi popmMe (KUAKOCTb, TBEPI0€ BEIIECTBO, AUCTIEPCHAS CUCTEMa U T.J1.).

(57) ®opmyna nuzoopeTeHus

1. Cioco0 omnpeneneHust CoaepKaHusl XJIOPOPTraHUUECKUX COEAUHEHUI U OpraHUYECKU
CBSI3AHHOTO XJIOPA B XMMUUYECKUX PEATEHTAX U OLICHKHU BIIUSIHUSI XMMUUECKUX PEATE€HTOB Ha
00pa3zoBaHue XJIOPOPTAHUYECKHUX COCTUHEHUN U OPTaHUUECKHU CBSI3aHHOTO XJI0pa B HEPTH,
BKJTIOUAIONIUI BBEEHUE 00pa3la XMMUUECKOT O peareHTa B npo0y HedTH, MOAENb HEPTH UK
HeTENPOIYKTa B BBIOPAHHOM COOTHOIICHUH, C TIOCTIeIYIONIeH eperoHKON MOTy4eHHON
CMECH U MOJIyYeHUEM (PpaKuuii, BBIKUIIAIOUIMX IIPU pa3HBIX TEMIIEPATYpPaAX, U KyOOBOTO
OCTaTKa, OTMbIB [TOJIyYE€HHBIX (PPAKIMI /1M KyOOBOT'O OCTATKa BOJOM J0 ITOJHOTO YAAJICHHS
HEOPTaHUYECKUX COETMHEHMI XJTIOpa, 0TOOP aTMKBOTHI OTOTHAHHOMW (hpaKIyH 1/UIi KyOOBOTO
OCTaTKa JJ1s MOCIEAYIOIEro aHaIM3a U ONPEAEIICHUE COAEPKAHUS OPraHUUYECKOr O XJIOpa B
AIIMKBOTE, CYMMHUPOBAHUE PE3YJIBTATOB OIIPEAEIIEHUSI OPraHUUECKOTI'O XJIOPA B OTOTHAHHBIX
dbpaxusix 1 KyOOBOM OCTaTKe ISl ONPEAETICHUS COIEPKAHUS OOIIEro OPraHUUEeCKOro XJIopa
B XUMPEATeHTE.

2. Crioco0 1o 1.1, OTAMYaroIUNCs TEM, UTO ISl ONIPEAETIEHUSI OPraHUYECKOro XJopa B
XMMpeareHTe UCIIOJIb3YIOT COOTHOIIICHUSI XMMpeareHTa k mojenu Hegrtu 2:1, 1:1, 1:2, 1:3.

3. Cnoco® 1o 1.1, OTIMYAIOLIMICS TEM, UTO JJIs1 ONIPEEIICHUS BIIMSHUS XUMPEATEHTOB Ha
00pa3oBaHUe OPraHUYECKOTO XJIopa B HE(TH UCIIOJIB3YIOT COOTHOIIIEHUSI XUMpPeareHTa K
mozenu HedTu 1:10, 1:100, 1:1000 unm 103UPOBKY XMMpeareHTa B MoieIb HepTu uin HeTh,
COOTBETCTBYIOIIYIO MPUMEHsIeMOI Ha HepTenpombiciie, B quana3one ot 10 1o 1000 r/T.

4. Cnioco0 1o 1.1, OTIMYAIOLIUIACS TEM, YTO B KAUECTBE MOJIEIHN HE(PTU UCTIONIB3YIOT CMECH
YTJIEBOAOPOIHBIX PACTBOPUTEIIEH C PA3IIMYHBIMU TEMIIEPATYPAMHU KUIIEHUSI.

5. Cnoco6 1o 1.1, OTJIMYAIOIIUICS TeM, YTO B CITydae BCIIEHUBAHHUS XUMPEATeHTa C MOJIENIbIO

HeTH UCTIONIB3YIOT KOJIOBI 00BeMoM 500 mmm 1000 oM’ Mpy 00BEME CMECU XUMpPEAreHTa ¢

Mojenpio HedTu oT 50 10 150 oM.

6. Crioco0 1o 1.1, OTJIMYAIOIIUICS TEeM, YTO IJIs1 ONPeIeJICHUS O0Iero OPraHuYECKOTO
XJIOpa B XUMpeareHTe OCYIIECTBIISIOT OTIOH (pakiyu, Bbikumaromei 10 204 °C, oTMBIB
dbpaxipm HapTHI BOJOM 10 TTOJTHOTO YAJIEHUS HEOPTaHUYECKUX XJIIOPUIOB, U3MEPEHUE
OPraHUYECKOr0 XJI0pa Bo ppakiuyu HadThl, OTMBIB KyOOBOI'O OCTAaTKa BOJIOM 0 MOJIHOTO
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yIaJIeHUs] HEOPraHMUECKHUX XJIOPUIA0B, U3MEPEHHE OPTaHUIECKOT0 XJIOpa B KYOOBOM OCTAaTKe,
CYMMHMPOBAHHE PE3YIbTATOB U3MEPEHUHN BO (hpaKivy HaPThl U KyOOBOM OCTaTKe.

7. Crtoco6 moAroTOBKM MPOO 110 1.1, OTIMYAIOMIUICS TEM, UTO JIJISI OLEHKHU BIIUSHUS
XUMPEAreHTOB Ha 00pa30BaHUE OPTAaHUYECKOTO XJI0pa B HE(PTH OCYIIECTBIISIIOT OTTOH
¢dbpakuuu, Beikunaroieti 10 204 °C, otMbIB ppakiuu Ha Tl BOJOM 40 MOJTHOTO yAAJICHUS
HEOPTraHWYECKMX XJIOPUIOB, U3MEPEHUE OPraHUIECKOr O XJI0pa B OTOTHAHHOM (ppaKIyu
Ha(THL
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