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(57) Abstract:

FIELD: chemistry.

SUBSTANCE: invention relates to analytical
chemistry and specifically to a method for preparing
samples of oil-field reagents. Method of preparing
samples of oil-field chemicals for determining
organochlorine compounds and organically bound
chlorine involves separating salts of quaternary
ammonium compounds to eliminate the effect of
products of their thermal decomposition, wherein
analyzed sample, polar and non-polar solvents are
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extracted in equal proportions, extraction of mixture
with transition of quaternary ammonium compounds
to polar phase, and organochlorine compounds in a
nonpolar phase with subsequent extraction of an aliquot
of an extract of a nonpolar solvent for analysis.

EFFECT: high accuracy and reliability of

determining quantitative content of organochlorine
compounds present in reagents.
Scl, 7 dwg, 1 tbl
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M306peTeHrne 0OTHOCUTCS K 00JIaCTH aHAJTUTUYECKOM XMMUH, 4 UMEHHO K CITIOCO0Y
MTOJITOTOBKU TTPOO HEPTEMPOMBICIIOBBIX PEareHTOB JITSI OMPEIEIICHHS XJIOPOPTaHUIECKUX
COEIMHEHUHI U OPTaHUYECKHU CBSA3AHHOTO XJIOpa.

B nacrosimmee BpeMst HepTemoObIBaOIIAS TPOMBIIIJIEHHOCTD UCTIOTB3YET OTPOMHOE
KOJIMYECTBO PA3JIMUYHBIX HEPTEITPOMBICIIOBBIX pEareHTOB: cTabuiM3aTopsl rvH, [TIAB,
AMYJIBTaTOPHI, 1€IMYIIBIaTOPbI, MOAUPUKATOPHI BI3KOCTU, MHTUOUTOPHI KOPPO3HH,
uaruoutopsr ACIIO, neTepreHThl, OaKTEpUIMIBLI U TTp. MHOTHE peareHThI COAepKaT
XJIOPOPTraHUUYECKUE COSTUHEHUS JTMOO B KAUECTBE COCTABJISIONIETO KOMITIOHEHTA, JIMOO B BUJIE
MIPUMECH, OCTABIIICHCS B HUX B Pe3yJIbTAaTe HAPYIIICHUS TEXHOJIOTHH UX TTOTyUCHHSI.

Xnopopranudeckue coequHerust (XOC) npeacTasisitoT coO0M OpraHu4ecKre COeIMHEHMSI,
B KOTOPBIX OJIUH WK O0JIee aTOMOB 3aMeIeHbl aTOMaMu Xj1opa. Jlerkosmeryune
xjopopranuueckue coequHenus (JIXOC) npeacrasisaiot coboit rpynny XOC, TeMnepatypa
KureHust KoTopbix Hke 204 °C. M3 conepxainuxcs B HepT rajoreHoB nMeHHO XOC co3aaroT
HanOOJIBIIIE TTPOOJIEMBI, TAK KAK OHU SIBJISFOTCS TOTIOJTHUTEIIBHBIM K HEOPTaHUYECKUM
XJIopuaaMm (B psijie cliydaeB BeCbMa 3HAYUTENIbHBIM) HCTOYHUKOM XJIOPUCTOBOJAOPOHOM
KOPPO3UM YCTAaHOBOK miepepadboTku Hetu. [Tpu nmepepadboTke HEDTH B YCITOBUSIX BHICOKUX
TeMIIEpaTyp OHM YacTO pa3pylIaloTcs ¢ 00pa30BaHUEM KOPPO3UOHHOTO XJIOPUCTOTO
BOJIOPO/Ia, & YACTUYHO - C 00pa30BaHUEM OoJIee JIETKUX «OCKOJIKOB», PACIPeIeISIIOIINXCS
1o ¢ppakuusiM HeTH.

HaubGomnpmas aktuBHocTh XOC HabI01a€TCSl HA YCTAHOBKAX MPEABAPUTENIBHOM
THUJIPOOYNCTKH CHIPBS, IU3EITHHOTO TOIUIMBA, Ta30(PaKIMOHUPOBAHUS U PUPOPMUHTA.
[Tpenenst Beikunanus XOC B OCHOBHOM COBMNAJAIOT C MPEAeIaMU BBIKUITAHUSI OEH3UHOBBIX
dbpaxiyii, TOATOMY OCHOBHOM yIiepd HaOII0/1aeTCs HA YCTAHOBKAX KaTaJIMTUIECKOTO
pubOpPMHUHTA H3-3a BBICOKOM CKOPOCTH KOPPO3HH, 00yciIoBiIeHHOM oOpa3oBanuem HCI, u
YACTUYHOM JIe3aKTUBALMEN KaTain3aTOpoB. CoJIsiHASI KUCIIOTA SABJISETCS CUJIbHEHIIINM
KOPPO3UOHHBIM ar€HTOM, KPOME TOT0, XJIOPUCTHIN BOAOPO/I B3aUMO/IEHCTBYET C AMMHUAKOM,
00pa3yIOMIMMCS ITPU THIPUPOBAHUN COETMHEHUM a30Ta, KOTOPBIE TPATUIMOHHO TPUCYTCTBYIOT
B HedTu. B pesynpraTte o6pasyercs xmopua ammonus (NH4Cl) — Gentoe mopoikoodpazHoe

BEILIECTBO, KOTOpOE 3a0uBaeT obopyoBaHue. B pe3yibrate 000pya0BaHHUE YCTAHOBOK
THJIPOOUNCTKH, a TAK)Ke OJIOKOB MPEIBAPUTEITLHON THIPOOUYUCTKU ChIPhSI yCTAHOBOK
KaTaJIUTUUECKOTO pUGOPMUHTA U U30MEPHU3AIUN TTOABEPTraeTCsl JOTIOTHUTEIIHLHOMY
W3HAIIMBAHMIO M3-3a XJIOPUCTOBOJIOPOHOM KOPPO3UU M 3a0UBACTCS OTIIOKEHUSIMH
XJIOPUCTOTO AMMOHHMSL.

I'OCT P 51858 na HedTh [1], mpeamuceiBaeT 00sI3aTeIbHOE OMPE/IeICHHEe, TTOMUMO
TPaAUMUUOHHBIX (PU3MKO-XMMHUUECKUX IMOKa3aTesen (IJIOTHOCTh, COACPIKaHUE MEXaHUYECKUX
TIpUMeCei, BOJIbI, XJIOPUCTBIX COJIEH, CEPOBOIOPOIA U MEPKATITAHOB, JJABJIICHUE HACHITIICHHBIX
MapoB), TAKXKE U coAeprKaHus xjiopoprannueckux coequnenuit (XOC). BT'OCTe ycranoBneHa
HOpMa OpPraHUYEeCKUX XJIOpUA0B BO (ppakuuu HedTH, Beikunaromiei 1o 204°C - e 6osee 10
ppm.

ITo nanueiM AHO I'lICC «Hedrenpomxum» XOC Haubosee 4acTo B OOJbIINX
KOJIMUECTBAX OOHAPYKUBAIOTCS B OPTaHUUECKUX PACTBOPUTEIISX (HATIPUMED, TOJIYOII),
ruapododbuzaTopax Ha OCHOBE N-aTKUITUMETUIIOCH3UIAMMOHMI XJIOPUAA, CMA30UHBIX
n00aBKax /i1 OYpOBBIX PACTBOPOB HA OCHOBE OTPAOOTAHHBIX MAcCell, a TAKXKe KUCI0Tax,
SIBJISTFOIIIAXCSI OTXOJaMHU TTPOU3BOCTBA, B TEXHOJIOTHUYECKUX ITPOIECccax KOTOPOTO
MIPUCYTCTBYIOT XJIOpPOPraHuuecKkue coeuHeHus. B Hebomnpimx komuuectBax JIXOC
BCTPEUAETCS] B MHTUOUTOPAaX KOPPO3UH, OAaKTePULMIAX, THTUOUTOPAX KOMIUIEKCHOTO JCHUCTBHS,
COJIEpIKAIIMX B CBOEM COCTABE COJIM YETBEPTUUHBIX aMMOHUEBbIX coenunenutt (HAC).

B meTonax 'OCT P 52247 u ASTM D4929 B xauecTBe IpeIBaApUTEIILHOMN Oonepaluu

Crp.: 5



10

5

20

25

30

35

40

45

RU 2713166 C1

MpeaycMOTpeH OTroH HadThl (Pppakuuu, Beikumnaroieit 10 204 °C), B metone 'OCT 20242
coxokeHue mpoosl B 6ombe, B Metosie 'OCT 14618.1 pazpymenne XOC KUNsTYEHUEM C
HaTpueM B Kcuoie. [1pu anamuze mpo0 peareHTOB, COAEPKAIIUX COTTM YeTBEPTUUHBIX
AMMOHMEBBIX OCHOBAHUIA, IT0 JAHHOMY CIIOCOOY Ha BBIXOJE IOJIy4aIOTCs] HEOCTOBEPHbIE
pe3yIbTaThl, BCIEACTBUE TepMUuecKkoi aecTpykuun YA C (aKuiauMeTuI0eH3uIaMMOHUN
XJIOPU/IA) B XOJ€ UCIIBITAHUI C 00pa30BaHUEM BTOPUYHOM XJIOPOPTraHUKU — OEH3WIXJIOpU/IA.
[Tpu ipsiMoM XxpoMaTorpaprpoBaHUM TOAOOHBIX XMMITPOTYKTOB HA XpOMATOTpaMMe
MIPUCYTCTBYET MUK, XapaKTEPHBIN 110 BpEMEHH YACPKUBAHUS IS OEH3UIXIIOPUIA, KOTOPbIN
sBisieTcs cieacTueM paspyiienus YAC B ycnoBusix xpomaTorpadupoBaHus (TeMnepaTypa
ucnaputens 220°C).

[Tpu ananuze xumpearentoB metogamu ['OCT P 52247 na 7OoCTOBEpPHOCTH PE3YIbTATOB
TaKXe OKa3bIBAET BIIMSIHUE HAJTMUME HEOPTAaHUYECKUX COSIMHEHUI XJI0pa U IPYyTUX FaJOT€HOB,
a Takke cepbl. MeTO/IoOM peHTIreHO(PIIyOPECUEHTHOIO aHAJIU3a OTPEAeIIsIeTCs] BECh XJI0D (B
T.4. HEOPraHUYECKUM), & HE TOJIbKO HAXOISIIMICS B BUAE XJIOPOPTraHUUECKOTO COEIMHEHHUS.

ITpu anantamuu MmetonoB 'OCT P 52247 nns npuMeHeHHs K HePTEIPOMBICIIOBBIM
MPOJYKTAM TaKKe€ BOZHUKAET MPOOJIEMa C HEBO3MOKHOCTHIO IIEPETOHKH XUMPEATr€HTOB
AHAJOTUYHO HEe(PTH.

N3BecTeH criocob orpeaeneHust CoAepKaHus JIETYUUX XJTOPOPTaHUUECKUX COEUHEHHUI B
CIOXHBIX cMecsXx (mateHT PO Ne2219541 C1). IIpu 3TOM aHAIM3UPYEMYIO CMECH ITPOITYCKAIOT
B [IOTOKE raza-HOCUTENIS yepes ucrapuresb npu 220-350°C, 3aTeM pa3aensioT B KaUUIpHOR
KoJioHke xpomaTtorpada mpu 50-320°C, nerextupyroT mpu 220-350°C B 31€KTPOHO3aXBATHOM

JIETEKTOPE, B KOTOPBIN JIOMOJIHUTEIBHO MMOJIAI0T ra3-HOCUTENb CO CKOPOCThIO 20 oM>/MuH 1
10 KOJIMUYECTBEHHOMY Y MHIUBUIy AJIbHOMY COCTaBY JIETYUHMX XJIOPOPTAHUUYECKUX COSTMHEHUI
YCTaHABIIMBAIOT KOHKPETHBIN UCTOYHUK 3arps3HeHus. HegoctaTkoM JaHHOTO METO/1a TAKKe
SIBIISIETCS TTOJTYYEHME HEOCTOBEPHBIX PE3YJIBTATOB MPH aHaau3e npoo, cogepxkammx YAC.

[Tpu aHamm3e mpoO peareHTOB B BU/IE KUCIOT U KUCIIOTHBIX COCTABOB METOAOM
ra30kHIKOCTHOM XpoMaTorpaduu BBeIEHUE KUCIOT B IPUOOP BBI3BIBAET KOPPO3UIO
METAJUTMYECKHX JIEMEHTOB ITPHOOPA, a BBEIeHUE (PTOPUCTOBOTOPOTHOM KUCTOTHI IIPUBOTUT
K pacCTBOPEHUIO CTEKJISTHHBIX yactel mpudbopa. Kpome Toro, B mpoliiecce aHanu3a Ha
JIOCTOBEPHOCTD PE3YJIbTATOB TAKXKE OKA3bIBAET BIIMSTHUE HAJTMUME HEOPTaHUUECKUX COSTMHEHHUM
XJiopa.

TexHuueckoit 3aaauel 3asBIISIEMOT0 U300PETEHUS SIBJISIETCS CHIPKEHHE PUCKA OOPAa30BaHUS
JIETKOJIETYYHX XJIOPOPTaHUYECKUX COSTMHEHUI B TOBApHOU He(DTH 32 CYET BHICOKOTOUYHOTO
KOHTPOJISI IPUMEHSIEMbIX XUMUYECKUX PEareHTOB.

TexHudeckuit pe3yabTaT — BBICOKAsE TOYHOCTD U JIOCTOBEPHOCTH OMPEICTICHUS
KOJIMYECTBEHHOT'O CO/ICPKAHUS XJIOPOPTraHUYECKUX COEAMHEHUM, ITPUCYTCTBYIOIIUX B
peareHTax.

TexHudeckuit pe3yabTaT JOCTUTAETCS TEM, YTO CITOCO0 MOATOTOBKH MTPOO
He(TEMPOMBICIIOBBIX XUMPEATEHTOB JIJIsI ONPEIEIICHUSI XJIOPOPTAaHUIECKUX COSTMHEHUI 1
OPTaHUYECKH CBSI3aHHOTO XJIOPa BKIIFOYAET OT/IEJICHUE COJIEH YeTBEPTUIHBIX AMMOHHUEBBIX
COEIMHEHUH [T UCKITIOUEHUS BIIUSIHUSI TPOTYKTOB UX TEPMUUYECKOM IECTPYKIMHU, TIPU 3TOM
OCYLIECTBJISIIOT OTOOP UCCIeNyeMOM POObBI, MOJISPHOrO U HEMOJISIPHOT'O PACTBOPUTEIIEH B
PaBHBIX JTOJISX, IKCTPATUPOBAHUE CMECH C TIEPEXOIOM YETBEPTUUYHBIX aMMOHHUEBBIX
COEJIMHEHUH B MOJIAPHYIO a3y, a XJIOPOPraHUYECKUX COSIMHEHHI B HETIOIPHYIO (asy C
MOCJIEIYIOIIMM OTOOPOM AJTMKBOTBI KCTPAKTA HEMOJISIPHOTO PACTBOPUTEIIS 1J1s IPOBEICHUS
aHau3a.

Taxxe TeXHUYECKHI PE3YIbTAT JOCTUTAETCS TEM, YTO CIIOCOO MOATOTOBKH MPOO
He(TEeNPOMBICTIOBBIX XUMPEAT€HTOB, MPEJACTABIISIONIMX COOON KOMITO3UIUM OPTaHUYECKUX
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1 HEOPTaHUYECKUX COEMHEHUN B PACTBOPAX HA BOJHOM OCHOBE MOBBIIIIEHHON ArPECCUBHOCTH,
JUIS1 ONIPEACIIEHUS XJIOPOPTaHUUECKUX COEAUHEHUI U OPTraHUYECKH CBSI3AHHOIO XJI0pa
BKJIIOUAeT 0TOOP MCCIieyeMol TPOObI U HEMOJSIPHOTO PACTBOPUTEINIEH, IKCTpAarupOBaHUE
CMECH C MIEPEXO0JIOM HEOPTaHMUECKUX COSAUHEHH XJIopa B MOJISIPHYIO a3y, a
XJIOPOPTraHUYECKUX COCIMHEHUI B HEMOJISIPHYIO a3y ¢ MOCIeAYIOIMMUM OTOOPOM aTMKBOTHI
9KCTPAKTa HEMOJSAPHOTO PACTBOPUTEINS U1l IPOBEACHUS aHAIU3A.

Comu YAC npenctaBisitoT coO0i OpraHMyecKue Mpou3BOAHbIE MOHA aMMOHUs NH4+, B
KOTOPOM aTOMBI BOJIOPOAA MOTHOCTHIO UIIK YACTUYHO 3aMEIIEHBI HA OPTaHUYECKUE PAIMKATIbI
[R4-nNHn]+An-, r7ie aHMOH An- OCTATOK OPTraHUYECKOM UIIM HEOPTaHUIECKON KUCTIOTHI, N =
0-3. BYAC aTtoM xj10pa HaXOJIMTCSl HE B KOBAJIGHTHOM, & B MOHHOM COCTOSTHUM.

Comnu 4eTBepTUYHBIX AMMOHMEBBIX COETMHEHUI SIBIISIOTCS KOMITOHEHTAMU 3()(hEeKTUBHBIX
UHTUOUTOPOB KOPPO3UH U XapaKTEPUIYIOTCS PYHKIMOHATHHOM IPYIIITOHN (ITOJI0KUTEITHHO
3apsDKEHHBIN ATOM a30Ta) U JIMIMOPUIBHBIM ocTaTKoM. Hanbosee yacto npumMeHsieTcst
COEIMHEHHUE aATKUIAMMETUIIOCH3UIAMMOHMI XJIOPUA, KOTOPBIA caM 1o ce0e He SIBIseTCs
JIXOC, 1.x. B aTOoM citydae HeT cBsizu C-Cl (mpu3HaK XJIOPOPTaHUYECKOT'O COSAUHEHMST), a
ectb MoHHAs cBsI3b R-NH4+Cl- . OtHaKo coeiMHEHMs 3TOTO KIacca MOTYT ObITh TEPMUYECKH
HEYCTOMYMBBIMU U MOJIBEPraThcs AECTPYKIUMU MPU HarpeBaHuu 1o 204 °C ¢ o6pa3zoBaHueM
OeH3uIxiopuaa, Kotopsiit oTHocuTcs K kiaccy JIXOC. TOCT P 52247 pernameHTUpYET
MeToab! onpenenenrs JIXOC npuMeHnUTeNbHO K HePTH, a He K XMMITPOIYKTaM, U
MpeayCMaTPUBAET 00513aTENBHYIO CTAANIO OTTOHKHU (hpakiyu HedTH. UMeHHO Ha 3TOM cTaauu
u ipoucxoaut aectpykius YAC ¢ o6pazoBanuem Oen3mnxiopuaa. Oopa3yromnmiics B
pe3yibTate TepMuueckoro pasnnoxeHus YA C GeH3UTXIIOPUI ITOCTIE TIEPEBEIEHUS] OPTaHUYECKU
CBSI3aHHOT'O XJIOPA B HEOPTaHUYECKUM XJIOpU OyIeT BBISBIATHCS MOCIE IEPETOHKHU HEDTH
T00bIM MeToioM, ipeiaraeMbiM B TOCT P 52247. Tlpu npsimom xpomaTtorpadupoBaHUN
MOJOOHBIX XUMITPOYKTOB HA XpOMATOTpaMMe IMTPUCYTCTBYET MUK, XapaKTEPHBIH 10 BpeMEHU
yIEPKUBAHUS TSl OCH3UIXIOPUAA, KOTOPBIN TAKXKE SIBIISIETCS clieicTBUeM paspymeHust HAC
B YCIIOBUSX XpoMmaTorpadupoBanus (Temmepatypa ucnapurens 220°C).

JI7151 UCKITIOUEHUS JIOKHOTO MUKa OCH3WIXIIOPUIA B ClIydae OOHAPYKEHUS €ro Ha
XpOMaTOrpaMMe UCCIENYEMOT0 XUMITPOJIYKTA HEOOXOAMMO BBIITOJIHUTH TOBTOPHOE
U3MepeHue, MOoATBepXKatolIee JIM00 u3HayajabpHoe npucyrcreue bX B xumnpoaykre, 1100
ero oopasoBaHue B pesynbTarte paspymeHus HAC.

[TpennoxeHo mpoBeaeHUE MTPEABAPUTEIBHOMN MOATOTOBKU MPOOBI UCCIIEyEMOTO
XMMHUYECKOTO PeareHTa, MpeanoaokuTenbHo coaepxkamero YAC, Bkirouarorieii oToop
ucciieyeMoro oopasiua, BBeeHHe MOJISPHOTO U HETIOJISIPHOT'O PACTBOPUTESIEH B paBHBIX
JIOJISIX, BBIIIOJIHEHUE SKCTPArMPOBAHUSI CMECH C TIOCTIEIYIOIMM PACCIIOEHUEM, OTOOP AJIMKBOTHI
3KCTPAKTa HEMOJIIPHOTO OPTaHUYECKOTO PACTBOPUTENS JId MOocieayouero asammsa. [Ipu
stoM coit HAC npu sKCTparupoBaHUU MEPEXOIAT B MOJISIPHYIO a3y, B TO BpeMsl KaK
JIETKOJIETYyYHe XJIOPOPTaHUIECKUE COEMHEHMS TIEPEXOISAT B HETIOJISIPHYTO (hasy (OpraHuIeCKUi
pactBopuTenb). Takum 00pa3oM, pu HaaIuuuu B uccaeayemoM obpasine YAC, Ha
XpOMaTOIrpaMMe JIOKHbBIV ITMK OEH3UIXJIOPUAA HE PETUCTPUPYETCS. ITO CBUAETEIBCTBYET O
TOM, YTO U3HAYAIBHO OEH3UIXIIOPU B XUMITPOJIYKTE HE TPUCYTCTBYET U HE MOSIBIISIETCS B
pesyabTate Tepmudeckoro paszpymenus HAC, T.x. HAC mipu 3TOM ocTaeTcsl B BOJTHON
(momnstpHOI) (paze. B cirydae, korma OeH3WIXIIOPUT MI3HAYAIHHO IMMPUCYTCTBYET B XUMITPOIYKTE,
MIPY IKCTPAKIUH KAK HEMOJISIPHOE COeTMHEHUE OH MEPEXOIUT B HEMOISIPHYIO (hazy —
OPraHUYECKUH PACTBOPUTEID.

Ananus npo0, cogepkaux peareHThl B BUAE BOAHBIX pACTBOPOB KUCIOT WIIM KUCIIOTHBIX
COCTABOB, 1AE€T PE3YyJbTAThI IO COINEPKAHUIO OOILETO XJI0Pa, TOTAA KaK ONACHOCTh
MPEACTABIISIIOT KUMEHHO JIETKOJIETYUHE XJIOPOPraHUYECKUE COSAUHEHUS] U OPTaHUYECKU

Crp.: 7



10

5

20

25

30

35

40

45

RU 2713166 C1

CBsI3aHHBIN xJ10p. 151 TouHOrO onpenenenus coaepxxkanusg XOC B arpeCCUBHBIX KUIAKOCTAX
Croco0 NOATrOTOBKH MPOOBI BKIIFOYAET OTOOP UCCIIEAYEMOTr0 00pasua, OUEHKY BeJIMUMHbI pH,
BBeJleHHe MTpU pH< 4 HEMOJISIPHOTO PACTBOPUTEIS, BBIITOJTHEHUE IKCTPATUPOBAHUS CMECH C
MOCJIEIYIOIMM PACCIOEHUEM ITPOOBI, OTOOP aJTMKBOTHI SKCTPAKTA HEMOJISIPHOTO
OPraHUYECKOTO PACTBOPUTEIIS, UCIIOJIB3YEMOM JIJIs MPOBEICHUS JAJTIbHENIIErO aHaAIn3a.

KonuyecTBeHHOE COOTHOIIEHHE UCCIIEAYEMOT0 00pasia U HEMOJISPHOT'O PACTBOPUTES
OTIPEIEIISIETCS UCXOISI U3 3aIaHHBIX TPAHUI| TPAalyMPOBOYHOTO rpaduka v mpeamnosaraet
KOHIIEHTPUPOBAHUE WK pa3daBiieHue MpookI (rocie nepsuuHoro onpeaenenus XOC, B
ClIydae, €CIM Pe3yJIbTaT JISKUT BHE TPATYUPOBOYHOTO rpaduka, BO3MOKHO, COOTBETCTBEHHO
pa30aBuTh WK cKoHLUeHTpUpoBaTh XOC B 3KCTpaKTe ISl MONAIaHUs B IPaHUIbl rpaduka,
B JlaJIbHEWIIEM IToTyuyeHHast MmaccoBas qossi XOC nepecunTbIBaeTCsl B 3aBUCUMOCTH OT
CTereHu pa3daBIIeHUS),

B ciiyuae eciu uccieyemblii peareHT MPeACTaBIIeH B BUJIE CYyXOT'O WIIU BSI3KOTO
XUMHUYECKOTO MPOAYKTA, CIIOCOO MOATOTOBKM MPOOBI BKIIIOUAET PACTBOPEHHE €TO B
MOAXO/ISIIIIEM pacTBOpUTEIIE (HAITpUMep, ykazaHHOM B TY Ha ucciielyeMblil peareHT), BBEIEHUE
CMECH TOJIIPHOTO U HEMOJISIPHOI'O PACTBOPUTEIISA, BBIITOJHEHUE 3KCTPATUPOBAHUS CMECH C
MOCJEIYIOIIMM PACCIOEHUEM MPOObI, OTOOP aJTMKBOTHI IKCTPAKTA HEMOJISIPHOTO
OPraHUYECKOI'0 PACTBOPUTEIIS, UCIIOJIB3YEMOM [JIs IPOBEICHUS JAJIbHENIIErO aHAIM3A.

B yactHOM ciyuae BO3MOKHO BBEICHHE ITOITOTOBIEHHON TPOOBI XUMUUYECKOTO peareHTa
B P00y HedTH, MOJIeNTd HeTH UK He(TEMTPOAYKTA C MOCIeTyIOIIeH IeperoHKOM MOJTy4YeHHON
cMmecH. JlaHHBIM MeTOI TOATOTOBKM TPOOBI MO3BOJISIET UMUTUPOBATH TEXHOJIOTMUECKUI
Mpouecc NOArOTOBKU HEPTH, TEM CAMbIM MPEIOCTABIISAS TOCTOBEPHbIE PE3YIIHTATHI 110
OTIPEJIEJIEHUIO XJIOPOPTAaHMUECKUX COSAMHEHUI B HE()TH B MAKCUMAJIBHO MPUOJIMKEHHBIX K
peanbHbIM ycioBusM. [loryyeHHast TakuM oOpa3oM mpoda gajiee UCCIEAyeTCs Ha MPEeIMET
KoJinuecTBeHHOro cojepxkanus XOC.

ITocne noaroroBku mpoOkI onpenestoT cojaepxkanue X OC wim opraHu4ecKy CBI3aHHOTO
XJIOpa JIFOOBIM U3 U3BECTHBIX METO/IOB: Ta30Basi, Fa30KUIKOCTHASI XpoMaTorpadus,
PEHTIeHO(ITyOpECUEHTHBINM aHAIIN3, MACC-CIIEKTPOMETPUS U TIP.

ITpumepsl ocyiiecTBIEHUSs M300PETEHHUS:

[Tpumep 1

Brutn oToOpanbl MpoOB MHTMOMTOPA KOPPO3UM U MHTUOMTOPA MapaduHOOTIOKEHHI B
KoJiuecTBe 1 J1 Kaxaasi.

Br110 NpoBeeHO XpOMaTO-MaCC-CIIEKTPOMETPUIECKOE UCCIIEA0BAHUE YKA3aHHBIX 00PA3LOB.
[TosyyeHHBIH CrIeKTp MHTMOUTOPA KOPPO3UHU IIPEACTaBIIEH Ha (pur.1, cieKTp HHrMoUTopa
mapauHOOTIIOKECHUI - HA pur.2.

Npentudukanms KOMIOHEHTOB TPOBOIMIACEH C UCIIOJIb30BAHUEM OUOJIMOTEKU Macc-
CIIEKTPOB.

B nipo6e unruduropa Koppo3uu ObUTM OOHAPYKEHBI CIETYIOIINE XJIOPOPraHUIECKHE
kommoHneHTsl: C7;H4Cl, C;1H,3Cl, C1gH3ClO. B npo6e nuruduropa napaguHoOTIOKEHUN:

C7H;Cl, C;1H3Cl, C14H,oClL.
Temnepatypsl kunenus Cq1Ho3Cl, C4Hy9Cl, C1gH31ClO npeBbimatot Temnepatypy 204°C

Y MX HE OTHOCST K JIETKOJIETYUYUM XJIOPOPTaHUUYECKUM COEAUHEHUSIM, OIPEAECISIEMbIM 11O
I'OCT P52247. Ha ocHOBaHUM 3TOT0 JaHHBIE KOMITOHEHTEI UCKJIIOUEHBI U3 JaJILHENIIIETO
HCCIICOBaHUS.

Ha ¢ur.3 npeacrasiieH CeKTp JIETKOJIETYUero XJIOPOPraHMUeCKOro COeAMHEHUS
6enzunxiaopuaa C;H,CI.

OnpenenieHHOE B Pe3yIbTaTe UCIIBITAHUM 00JIbIIIOE KOJIUYecTBO (0k0j10 70000 ppm B
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repecuere Ha XUMITPOAYKT), OEH3UIXJIOpHIIa B TPOOaxX MOKET ObITh BBI3BAHO KAK HAJTMUHUEM
CaMOro BEIECTBA B XUMITPOAYKTE, TAK ¥ TepMuuecKon nectpykuuent HAC
(ATKUIAMMETUIIOEH3WIIAMMOHMI XJIOPUIa) B XOJ€ UCTIBITAHUI ¢ 0Opa30BaHKEM BTOPUUHOM
XJIOPOPTAHUKY - OCH3WIXIIOPHUIA.

Hns onpenenenus uctounuka JIXOC B npobax XMMpeareHTOB ObUIM MPOBEIECHbI
JIOTIOJTHUTEIbHBIE UCCIIEIOBAHUS HA Ta30BOM XpoMaTorpade ¢ 1eTeKTOPOM IEKTPOHHOTO
3axBara (¢ur.4-5).

Ha xpomaTtorpammax (¢pur.4 — MHTUOUTOP KOPPO3UH, (PUT.5 — UHTUOUTOP
napaUHOOTIIOKEHNUH ) TAKKe HAOIIOIAINCH TTMKU OCH3UIXJIOPHUIA.

Bbruta mpousBeieHa skcTpakiusi 00pa3noB U300KTAHOM M BOAOM B COOTHOIIEHUsAX 1:1:1.

J1J1s1 3TOr0 B MEPHBIN [WIMHAP BHOCUJIY ITUIIETKAMU 110 4 oM’ uccienyeMon mpoosl,

W300KTaHa U BOABI. BbINOJIHEHNE 9KCTPAarupoOBaHUs OCYIIECTBIISIOCH ITyTEM BCTPSIXUBAHUS
cMecH B TeueHHe 3-10 MUHYT U BBIAEPKKOM B TeueHue 3 - 10 yacoB aiis e€ paccnoenust. [Tocie
3TOro 6bUIa OTOOPAHA AJTMKBOTA 3KCTPAKTA HETOJSIPHOTO PACTBOPUTENST 0OBEMOM 1 MKII.
AHanmu3 TpoObl OCYIIECTBIISIICS METOJIOM Ia30BOM XpoMaTorpaduu.

ITocrne skcTpakuumM Ha MOYYEHHBIX XpOMATOrpaMMax MUKU OEH3WIXJIOpUIA HE
HaOIr01aTUCh ((UT. 6 — UHTUOUTOP KOPPO3UH, PUT.7 — MHTUOUTOP NMapaUHOOTIOKEHHUH).
DTO CBUIETENBCTBYET C OHOM cTOpoHBI 0 iepexoie YAC B BoaHy1o (asy, a ¢ APyroit CTOPOHBI
0 TOM, YTO OOHaApYKEHHBIM paHee (Bo BpeMs ucnbsiTanuii Merogamu ['OCT P 52247, xpomaTo-
Macc-CIIEKTPOMETPHUM U Ta30BOM XpoMaTorpadun 6e3 npeaBapuTeIbHON TPOOOIIOArOTOBKU
OEH3UIXJIOPU/ MOSIBIISIICA B pe3yibTaTe TepMuueckoit gecrpykumu YAC.

[Tpumep 2

Hagecky uccienyemoro o0pasia B BUJE ChIIIyYero Mopouka Maccoit 5-10 r, B3BELIEHHYIO
cnorpemHocTbio + 0,001, moMecTuv B 610KC, T0OABUIIU B OIOKC C TOMOIIBIO TUIIETKU TAKOE
MUHUMAaJIbHOE KOJIMYECTBO BHIOPAHHOTO PACTBOPUTEIIS, UTOOBI TTOTYYEHHBIN PACTBOP MOYKHO
O6b110 0TOOpaTh MUKpOLITpULIEM. PaCTBOpEHHYIO ITPpOOY BBIAECPKAIU B TEYEHHUE 2-X YACOB,
MOCJIe Yero MoAroTOBKY BEJIM aHAJIOTUYHO MpuMepy 1.

Ha npumepe nanHoro skcnepumeHTa Obljia MOATBEPKIEHA BO3MOKHOCTh UCCIIEI0BAHUS
B TOM YUCJIE BSI3KMX U CHIITyYUX MPOTYKTOB.

ITpumep 3

bruta oTo6pana nmpo6a 20% coJIsTHON KUCIIOThI, KOTOPYIO 103UPOBAIA B MOJIENb HEDTH
(kepocun 50%, Hedpac C 3-80-120 30%, ITerponeiinsiii 3pup 20%) B KoHIEHTpamuu 1 %.
Jlanee ocy1ecTBUIM IeperoHKy norydeHHou cmecu o metoay 'OCT P 52247, v onipenenuiu
3HaYEHHUE OpraHUYecKUx Xxj1opuaoB o meroay B TOCT 52247.

MeTto10M peHTTeHO(IIYOPECIEHTHOM CIIEKTPOMETPHUH B 00pa3iie Ob110 0OHapyskeHo 2025
ppm XJIOPUIIOB.

[Tocrne 3Toro 6p11a MPOU3BEIEHA TOATOTOBKA IMTPOOBI COTTIACHO 3asIBIIIEMOMY U300 PETEHHIO:

B nenurenpHy0 BOpoHKY BMecTUMOCTHIO 100 cM® ¢ ITOMOLLBIO mMIMHApa 106aBuu 50
oM’ u3MepsieMoit mpoOsI U 15 oM’ M300KTaHa, OTOOPAHHOIO MUIIETKOM BMECTUMOCTHIO 20

oM. BeImonHsim 9KCTpAarupoBaHUe, BCTPSAXUBAs IPOOY 5 MUH U 0XKUJ1asi PACCIIOEHUS] CMECH.
BoaHyro yacTh nepeHecnn B XMuMAYECKHUIA CTAKaH, & U300KTAHOBBIN 9KCTPAKT — B MEPHYIO

KO0JIOY C MpUIILITM(OBAHHON TPOOKOM BMECTUMOCTHIO 50 oM. Boanyro yacte BepHyM B

JIEJIUTENIbHYIO BOPOHKY U €1lE pa3 9KCTPArMpPOBAIM U300KTAHOM 00beMoM 15 e’
oToOpaHHOTro ToM e numnetkoi. [Tocne paccinoenust paz BoHYIO YacTh MpoObI OTOPOCHUIIH,
a U300KTAHOBBIN IKCTPAKT OOBEIMHUIIN C TIEPBBIM 3KCTPAKTOM. [[emUTenbHyI0 BOPOHKY

3

OIIOJIACKHUBAJIUM PACTBOPHUTCIIEM oobemoM 10 cm , OTMCPCHHOI'O MIUIIETKOM, U HOqueHHbeI
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PacTBOP MEPEHECIIU B MEPHYIO KOJIOY € 00bEAMHEHHBIM IKCTPAKTOM, I0BEIM 00bEM pacTBOpa
JI0 METKH U300KTAHOM, 3aKPbUIH TPOOKOI U nepemeriasid. OtoOpaiy npoly ¢ MOCIeay oMM
ee T03UpoBaHUEM B MOJiesib HeTu. OCyIIeCTBUIM NIEPErOHKY nojiyueHHo cmecu o FOCT
P 52247. MetonoMm peHTreHodyopecieHTHoM ciekTpometpuu (1o metoay B TOCT 52247)
B obpa3iie ObL10 0OHapykeHO 1,2 ppm OpraHUYECKUX XJTOPUIOB.

Tax:xe oOpaser ObLT TpoaHaIM3KMpPOBaH Ha coaepkanre XOC MeTO0M ra30KMIKOCTHON
xpomaTtorpaduu, B o0pasie ooHapyxkeHo 1,4 ppm xiopodopma.

B Tabnune 1 npuBeneHO CpaBHEHHUE PE3YJIBTATOB OMpPEAeSIEHUsI OPraHUYECKUX XJIOPUIOB
1 XOC B COISIHOM KUCIIOTE C MPOOOMOATOTOBKOM U 0€3 Heg.

Taxum 06pazom, 6e3 MpoOOIOArOTOBKH COJISIHASI KUCIIOTA MEPETOHSETCSI BMECTE C MOJIENBIO
He(dTHU, B OTOTHAHHOM (PpaKIMU METOOM PEHTTEHO(IYOPECIEHTHOM CIIEKTPOMETPUU
OTIpe/IeNIsIeTCS BECh XJIOP, BKITI0Yast HeopraHuueckuii. [Tocie mpoOomoAroTOBKY COTIACHO
3asIBJISIEMOMY U300 PETEHUIO OCYILIECTBIISIETCS OIpe/IeNIeHUE COAePKAHUE UMEHHO OPTraHUYeCKUX
XJIOPUJIOB.

[TpenmyiiecTBa 3asBIsIEMOr0 U300 pETEHUSI:

- BO3MOYKHOCTB TOYHOTO U JJOCTOBEPHOTO OTIPE/IEICHNsI ICTOUYHUKA 3aTPSI3HEHUS] TOBAPHOM
He(TH B BUJIE JICTKOJIETYUMX OPraHUYECKHUX COSIMHEHUN U OPTaHUYECKH CBSI3aHHOTO XJI0Pa;
- BO3MOKHOCTbH BEICHUSI KOHTPOJISI XUMUUECKUX PEATeHTOB IO COJICPIKAHUIO JIETYUUX
XJIOPOPTaHUIECKUX COCAMHEHHI U COJIEH UETBEPTUIHBIX aMMOHMEBBIX COSMHEHHI, CITOCOOHBIX

00pa30BbIBATH JIETYUUE XJTOPOPTAHUUECKUE COSTUHEHUSI.

- BO3MOXKHOCTh IIPOBEACHUS aHAIIM3a XUMUYECKUX PEareHTOB, IPEJCTABICHHBIX B
pa3auuHoi (uzrueckoi popme (KUIKOCTh, MOPOIIOK, BSI3KOE BEIIECTBO U T.J1.).

(57) ®opmyna uzoopeTeHus

1. Crtoco6 moaAroToBKH Mpod HEYTEIIPOMBICITIOBBIX XUMPEATEHTOB JIJTSI OTIPECIICHUS
XJIOPOPraHUYECKUX COETMHEHUI U OPTaHUUECKH CBSI3AHHOTO XJIOPA, BKITIOUAIOIIHN OTACTICHUE
CoJIel YETBEPTUUHBIX AMMOHHUEBBIX COEIMHEHUH 17151 UCKITFOUEHHUS BIIMSHUS IPOTYKTOB UX
TEPMUYECKOM IECTPYKLUH, ITPH ITOM OCYIIECTBIISIIOT OTOOP UCCIIEAyeMOM TPOOBI, MOJISIPHOTO
Y HETIOJISIPHOT'O PACTBOPUTENIEN B PABHBIX J10JIAX, SKCTPATMPOBAHUE CMECH C IIEPEXOAOM
YEeTBEPTUYHBIX AMMOHHEBBIX COSTMHEHHH B TIOJISIPHYIO (azy, a XJIOPOPTaHUIECKUX COSIMHEHUI
B HEMOJISIPHYIO (Da3y ¢ MocaenyomuM 0TOOPOM AIMKBOTHI 9KCTPAKTA HETIOJISIPHOTO
pacTBOPUTEIIS 171 IPOBE/ICHUS aHAIU3A.

2. Cnioco6 nmoaAroToBKU Mpo0 1o 1.1, OTIIMYAIOLIUICS TeM, YTO 00pa3iibl UCCIETYEMOTO
MPOAYKTa B BA3KOW WJIU ChINy4ei (hopMe NMPeaBaAPUTEIHHO PACTBOPSIOT B MOAXOASIIEM
pacTBOpUTEIIE.

3. Cioco6 moaAroToBKU Mpoo 1o 1.1, OTIIMYAIOLIUICS TeM, YTO BKJIIOUAET IMePErOHKY
9KCTPAKTa C HEPTHIO, MOMIETBIO HE(TH UM HEDTETPOTYKTOM.

4. Crioco6 moAroToBKU Mpod HePTEMPOMBICIIOBBIX XUMPEAT€HTOB, MPEICTABISIONIUX
CcO0O0M KOMITO3UIIMU OPTaHUYECKMX U HEOPTaHUUYECKUX COEAUHEHNI B PACTBOPAX Ha BOJHOM
OCHOBE MTOBBIIIIEHHON arpPECCUBHOCTH, JJIs1 OTIPEIETICHUS] XJIOPOPraHUYECKUX COETMHEHUN U
OPTraHUYECKH CBSI3aHHOTO XJIOPA, BKIIOUYAIOIIUN OTOOP UCCIIEyeMOi TPOOBI U HEMOJISIPHOTO
pacTBOPUTEIIEN, SKCTPATMPOBAHUE CMECH C ITEPEX0IOM HEOPraHMUYECKUX COETMHEHUH X1opa
B MOJISIPHYIO (ha3zy, a XJIOPOPTraHUUECKUX COSIMHEHUI B HEMOISPHYIO a3y ¢ MOCIeTyOIUM
OTOOPOM AJIMKBOTHI IKCTPAKTA HEMOJISIPHOTO PACTBOPUTEINS AJIsl IPOBEACHUS AaHAIM3A.

5. Cioco6 moAroToBKU MpoO 1o 1.4, OTIIMYAIOLIMICS TeM, YTO BKJIIOUAET MEPErOHKY
9KCTpaKTa ¢ HEPTHIO, MOJIEITIbIO HEDTH WITK HEPTETTPOTYKTOM.
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TaGnuna 1. CpaBHeHHe pe3ybTATOB ONpeNe/IeHUs

MaccoBast Jomst
OpPTraHHYecKHX XJIOPHIOB
P PHA Maccosag noiast XOC
O6pazen METOIOM .
. MeTomoMm [ KX, ppm
peHTreHopI0ypeceHTHOM
CHEKTPOMETPHH, ppm
Monens vedTa + 1% comsHON
2025 1,5 (xnopodopm
KucI0Thl 20% -3 (xa0podopm)
Monens vedr + 1% obpasna
rnocie nHpoGonoroTOBKH 1,2 1,4 (xnopodopm)
CoJIsIHOM KHCI10ThI 20%
20 % 6
o coJistHas KuesoTa Ges 205015 i
poOOIOATOTOBKH
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