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(73) MareHToobnagatens(n):
BopoHexckasa rocyfapcTBeHHas
TexHosiormyeckasa akagemus,
NHcTuTyT 6Monornm Komm Hay4yHoro ueHTpa
Ypanbckoro otgenenus PAH

(54) CNOCOB ONPEAENNIEHNA ®PEHOJIA B MOYBE
(57) Pecpepar:

N306peTeHne OTHOCUTCSA K aHa/MTu4eckoi xumuun. B npegnaraeMom crnocobe ocyLecTBasieTcs
BBEAEHWE B MOsiekyny (peHona WecT aToMOB rafioreHoB M MpPUMEHeHue Ana AeTekTupoBaHusa 2.4.6-
TpubpomceHnnTpudTopaLetTara [eTekTopa 3/EKTPOHHOrO 3axBaTa, 4YyBCTBUTENbHOCTb KOTOPOro K
ranoreHcogepxawum coegmHeHnsam B 100 pa3 Bblwe, 4Yem MNJIaMeHHO-VMOHU3ALMOHHOIo AeTekTopa.
Kpome TOro, BBefeHMe B MOMekyny eHona Tpex aTomMoB 6Gpoma 3HauuTeNbHO MNOBbILLAET
rmopodpoBbHOCTL  MONeKynbl, 4YTO obecneynBaeT MpPU XKUAKOCTHOW 3KCTPAKUMW  KOSIMYECTBEHHOE
M3B/leUYEHMEe aHa/IM3MpyeMOro BellecTBa B OpraHuyeckyl hasy, nocnegywouiee auuavposaHue 2,4,6-
TpubpomdieHona ynyywaer ero rasoxpomaTtorpadguyeckme cBOCTBA. TEXHUYECKMIA pesynbrar -
CHMWXeHue npegena obHapyxeHunsa. 1 tabn.
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N306peTeHne OTHOCUTCH K aHa/IMTUYECKOl XWMUW OpraHMYyecKkux coefuHeHwli (KOHUEeHTpupoBaHue U
onpegeneHne) n MmoxeT 6bITb UCMO/Ib30BAHO B CAHUTAPHO-3NUAEMUOIOTMYECKOM KOHTPOME CoAepXKaHus
cdeHona B MNOYBEHHOM MOKPOBEe, 3arpsA3HeHHOM BblbpocamMu npeanpuATUA  HedTenepepaboTku,
HedpTeXxMMmM 1 Apyrux otpacneii NpoMbILLIEHHOCTHU.

Hanbonee 6n13KNM NO TEXHUYECKON CYLLHOCTW M OOCTUTAaeMOMY pe3y/bTaTy K 3asiBNSAEeMOMY PeLLeHUo
ABnseTca cnocob onpeaeneHns eHona, npeaycMaTpuBaloLmii XMMUYECKY0 MOAMAINKaLMI0 RoANCTbIM
MEeTW/IOM B COOTBETCTBYIOLLUIA 3chmp heHona - aHM30/ U rasoxpomarorpaduyeckoe AeTekTupoBaHue ¢
naaMeHHO-NOHN3aUNOHHbIM aeTekTopoM (CupoTkuHa H. H, MapyHsak M.H., [o6pos B.C. // TurneHa u
caHuTapua. - 1985. - N 9. - C. 66]. HegoctaTkamu npotoTMna SIBASAKTCSA HMU3Kas 4YyBCTBUTENIbHOCTb
crnocoba v nosykonnyecTtseHHoe obpaszoBaHue adhrpa BCAEACTBME BO3MOXHOCTY NPOTEKAHUA NOBOUYHbIX
peakuuin - ankuanpoBaHWe MO atomMaM yrnepoga B apomaTuyeckoM sgpe deHona [AembsaHos M.U. //
XKypH. aHanut. xumum. - 1992, - T. 47. - N 12. - C. 1945].

3afayeil n3obpeTeHna ABAseTcsa onpegenexHre dpeHona B NoYBe, CHWXEHWE npeaena obHapyXeHus.
MocTaBneHHaa 3ajaya pJocTuraeTcsa Tem, 4YTO AN onpejeneHus eHona B MoysBe, BKAKOYaKOLLEM
OBYXCTaQUNHYHO XUMUYECKYIO MoaudmKaumio, 3KCTpakunoHHoe KOHUEHTpMpoBaHue "
rasoxpomatorpaduyeckoe [feTeKTMpoBaHMe, HOBbIM fABNAeTCA TO, 4YTO B KayecTBe peareHToB-
MoAMdMKaTopoB NPUMEHAOT 6poM B kKonnyecTtee 0,05 - 0,25% 1 TpUTOPYKCYCHbI aHrugpua (TOYA) B
konunyectee 0,5 - 2,0% kK macce npobGbl, a ANA AETEKTUPOBAHUA UCMOMb3YIOT AETEKTOP 3/1EeKTPOHHOTO
3axBata ([433).

MonoxuTenbHbIN 3hekT No npeasaraeMoMy Cnocoby AOCTUraeTcs 3a CYET BBEAEHUS B MOJEKyny
deHona LecTu artomMoB rasioreHos " npUMeHeHunn ona [eTeKTupoBaHus 2.4.6-
TpubpomgeHuntTpudroparerata [A33, UyBCTBUTE/IBHOCTbL  KOTOPOIO K  rajloreHcofepxatinum
coefnHeHuam B ~ 100 pas Bbilwe, YeM N1aMeHHO-NOHU3aLMOHHOIo AeTekTopa [KomMyecTBeHHbIi aHanuna
XpomaTorpaduyeckumu metogamm / Mopg pea. 3. Kay. - M.: Mup, 199. - C. 97].

Kpome TOro, BBeZieHVe B MOJIeKy/1 (peHosia Tpex aToMoB 6poma 3HauuTeIbHO NoBbiWaeT rmapoobHOCTb
MOMeKynbl, 4TO obecneunmBaeT nNpU XWUAKOCTHOW  3IKCTpPaKUMW  KOJIMYECTBEHHOE  U3BJIeYeHne
aHanM3npyemoro BellecTBa B oOpraHuyeckyro asy, a nocnegywouwee auuimposaHve 2,4,6-
TpubpomdpeHona yny4ywaer ero rasoxpomarorpaguMyeckMme CBOWCTBA - YMEHbLUaeT MOMASPHOCTb
MOJIEKY/Ibl U MOHMWXKAET TemnepaTypy kuneHus. Monydvaemoie 2,4,6-TpnbépomdeHon n ero Tpucptopauerar
06pasyTcsa C KONMYECTBEHHbIMU BbIXO4aMU, XUMUYECKN U TEPMUYECKN YCTONUUBSI.

Cnocob onpegeneHus peHona B NoYBe BK/OYAET NATL 3TAMNOB:

- nepeBof, peHona 13 NoYBbl B BOAHO-LLE/TOYHOW pacTBop;

- Nony4yeHne B BOAHOM pacTBope 2,4,6-TpnbpomdeHona;

- XMAKOCTHYIO 3KCTPaKLUMI0 OpraHn4yeCcKMM pacTBOPUTENEM;

- NoNly4YeHue B opraHnyeckom akcTpakTe 2,4,6-TpubpomMmpeHnnTpudTopaLera;

- onpegenexue achrpa heHona MeTogoM KanunnsapHo rasoxnakocTHoW xpomarorpadpuu ¢ 433,

AHanu3 BbINOMHAKT N0 cleaywolleid MeToauke. B KOHMYeckylo Konby noMeLarT HaBeckKy
BO3/YLUHO-CyXOii nouBbl Maccoii 10-100 r u o6pabaTbiBaloT B TedeHune 4aca 100 cm® pacTeopa
rugpokcuga Hatpusa (0,1 monb/amS). TonydeHHY0 BOAHO-LLENOUYHYK BbITSXKKY OTC(HM/ILTPOBLIBAIOT W
BBOAAT BHYTPEHHWIA CTaHAapT - N-AUHUTPOBEH30N (pacyeTHas KoHLeHTpauus B npobe - 0,005 mr/gm3).
McxogHblli 06bemM duabTpata AenaT Ha ABe paBHble YacTu, B OAHY U3 KOTOPbIX BBOAAT CTaHA4aPTHYHO
[ob6aBKy aTTecToBaHHOro obpasua cocTtaBa pacTBopa (heHona; pacyeTHas KOHUeHTpauus B npobe -
0,005 mr/am3. B o6e uacTu npobbl [06aBNAIT GPOMHYI0 BOAY; pacyeTHoe cogepxaHue 6poma B npobe
0,05 - 0,25%. BpomupoBaHue nNpoBoAAT B TedyeHne 10 muHYT. lMocne 3aBepleHus 6pomMuUpoBaHuUs
N36bITOK 6poma yaansawT pacTBOPOM Tuocynbhata HaTpusA; pacyeTHas KoHueHTpaumsa B npobe - 0,01
monb/am3. Mepen NpoBefeHneM 3KCTpakLuun 06e YacTy Npobbl HelTpanuayT 4o pH 2-3 fo6asneHnem
COMAHON KMCNOTbI W 3KcTparmpyoT 1 cm3 Tonyona B TedeHue 10 MUHYT. MMONYYEHHblE 3KCTPaKThI
ot6upawT (0,5 cm3) u BbicywusawT Na,SO, [o6aBnsoT B 06e uyacTu npobbl KaTanusatop -
TpubeH3nnamnH (pacyeTHasi KOHLEHTpauus B akcTpakTe - 10 mr/cM3) n TpUGTOPYKCYCHbI aHrMapug,
(pacuyeTHOEe cogepxaHune aHrngpuga B npobe 0,5-2,0%). AunnmpoBaHue NPoBOAAT B TeyeHue 5 muH; 1 -
10 MM3 NONYYEHHbIX 3KCTPAKTOB aHa/IM3NPYIOT METOA0M KanuaispHON rasoBoii xpomaTtorpadum.

YcnoBusi rasoxpomMartorpadpuyeckoro onpefeneHus: Temnepatypa getektopa - 300°C. Temnepatypa

20f4 30.09.2016 11:31



INaTtenT Ha usoOpeTeHue Ne2170926 http://www1.fips.ru/fips servl/fips servlet

ncnaputens - 320°C, temnepaTypa TepmocTarta Ko/ioHOK - 140°C. Ma3-HocuTe b - a3oT (OC. Y. ): MOTOK
uepes KonoHky - 0,5 cm3/MuH, noaays Aetektopa - 25 cM3/MUH, geneHune notoka - 1:50.
Mprvmepsbl ocyllecTBneHnsa cnocoba

Mpumep 1

B KOHMYecKyl Konby nomellalT HaBECKY BO3AYLIHO-Cyxol nouBbl Maccoi 10-100 r n o6pabaTbiBaloT B
TeyeHne yaca 100 cm® pacTsopa rugpokcuga Hatpus (0,1 monb/am3). MoNyYEHHYI0 BOAHO-LLENOYHYIO
BbITAXKY OTIUALTPOBbLIBAOT W BBOAAT BHYTPEHHWIA cTaHAapT n-AWHUTPO6eH30n  (pacyeTHas
KOHLEHTpauusa B npo6e - 0,005 mr/am3).

VcxoaHblli 06beM hunbTpata AensaT Ha ABe paBHble YacTu, B OAHY M3 KOTOPbIX BBOAAT CTaHLAPTHYHO
[ob6aBKy aTTecToBaHHOro obpasua cocTtaBa pacTBopa (heHona; pacyeTHas KOHUeHTpauua B npobe -
0,005 mr/am3. B o6e uacTv npo6bl f06aBNAT GPOMHYI0 BOAY; pacyeTHoe cogepxaHue 6poma B npobe
0,005%. BpomupoBaHMe NpoBogAT B TedeHue 10 MuHyT. lMocne 3aBeplieHUs 6poMupoBaHus U36bITOK
6pomMa yaanaT pacTBOPOM TUOCY/b(aTa HAaTPUs; pacueTHas KOHLeHTpauus B npo6e - 0,01 monb/ams.
Mepen npoBeaeHMEM 3KCTpakuuy obe yactTu npobbl HelTpanmsyT Ao pH 2-3 pobasneHnem CONSHOW
KNCNOTLI 1 aKcTparmpytoT 1 cm3 Tonyona B TeueHne 10 MuHYT. MonyyeHHble 3KCTpakTbl oT6upatoT (0,5
cm®) n BbicywmBatoT NaySO,. [l06aBnsioT B 06e YacTy Npobbl KaTannmsaTop - TpU6eH3nnaMnH (pacyeTHas
KOHLEHTpauma B 3kcTpakTe - 10 mr/cm®) n TpUTOPYKCYCHbIA aHrmapug (pacyeTHoe coaepxaHue
aHrmgpuga B npobe 0,05%). AuymnupoBaHne nNpoBOAAT B TevyeHue 5 muH; 1 - 10 Mm3 NONYYEHHbIX
3KCTPaKTOB BBOAAT B ra3oBblii XxpoMarorpad.

CopepxaHue theHona B aHanuampyemom obpasue nouysbl ((1), MI/Kr) paccumTtbiBatoT no cdopmyne [HoBak
/. KonuuecTBeHHbI aHann3 MeTogoM rasoBoii xpomatorpacum. - M.: Mup, 1978. - 179 c.]:
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rae Cg - MaccoBast KOHLEHTpaLMs aTTecToBaHHOro o6pasiia coctaBa pactsopa eHona, mr/cms,
Vs - 06beM BBOAMMOI CTaHJapTHO go6asku, cm3,

mp - MacCa HaBeCKW Mo4Bbhl, T,

*

Si, S*\,. - naowaanm nukos 2,4,6-TpubpomdpeHnnTpudTopaletata M BHYTPEHHEro cTaHgapta Ha
XxpomaTtorpamme nNpo6bl ¢ 406aBKOMR, MM2,

Si, SV - nnoowagu nukoB 2,4,6-TpubpomcbeHunTpudTopaLerata M BHYTPEHHEro cTaHjapta Ha

xpomartorpamme npo6bl 6e3 f06aBku, MM2.

Cnocob HeocylwecTBUM, Tak Kak npegen obHapyxeHus (240 MKr/Kr) Bbilwe, 4eM No NPoTOTUMNY.

Mpumep 2.

CopepxaHne 6poma - 0,05%, TOYA - 0,5%. AHanuaupyloT, Kak ykazaHO B npumepe 1. Mpegen
o6HapyxeHus - 18 Mkr/kr. Cnocob ocyLecTBum.

Mpumep 3.

CopnepxaHue 6poma - 0,08%, TOYA - 0,8%. AHanu3upyloT, kak ykasaHo B npumepe 1. [lpegen
o6HapyxeHusa 12 mkr/kr. Cnocob ocyLecTBuMm.

Mpumep 4.

CopepxaHne 6poma - 0,12%, TPYA - 1,0%. AHanusmpyloT, kak ykaszaHO B npumepe 1. Mpegen
o6HapyxeHunsa 8 MKr/kr. Cnocob ocyLecTBmMm.

Mpumep 5.

CopepxaHne 6poma - 0,15%, TOYA - 1,5%. AHanusmpyloT, Kak ykazaHO B npumepe 1. Mpegen
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o6HapyxeHus 6 Mkr/kr. Cnocob ocyLecTBUM.

Mpumep 6.

CopepxaHne 6poma - 0,25%, TOYA - 2,0%. AHanu3upyloT, Kak ykazaHO B npumepe 1. Mpegen
o6HapyxeHuns 3 MKr/kr. Cnocob ocyLecTBUM.

Mpumep 7.

CopgepxaHne 6poma - 0,3%, TOYA -3,0%. AHanu3npyloT, Kak ykasaHo B npumepe 1. lMpegen
o6HapyxeHuns 3 MKr/kr. Cnocob ocyLecTBUM.

Pesynbratbl onpegeneHns oeHosna B NoYBe npejnaraembiM cnoco6om npueeseHsl B 1abn. 1.

M3 npumepoB 1-7 u Tabn. 1 cnegyeTt, 4TO npegnaraemblii cnocob onpegeneHvs ¢eHona B noyse
OCyLeCcTBMM B guanas3oHe KoHueHTpauuii 6poma 0,05 - 0,25% n TOYA 0,5 - 2,0% NO OTHOLIEHU K
mMacce npob6bl. [danbHeillee yBennvyeHWe COAEPXaHWUA peareHTOB HelenecoobpasHo, MOCKOMbKY He
oKasblBaeT CYLleCTBEHHOro BAUSHUA Ha npefen ob6HapyxeHus deHona. MNpu cogepxaHun Gpoma <
0,05% n TOYA < 0,05% obpasyeTcsa HegocTaToOUHOE KONYeCTBO 2,4,6-TpubpompeHmnnTpudTopauerara.

Mo cpaBHEHUO C NPOTOTUMNOM NpedsiaraemMoe TEXHUUYECKOE pelleHne NMEEeT creaytole NpenmyLecTea:
- 6on1ee HM3KKIA Npeaen o6HapyXeHuns oeHona B NOYBE;

- KO/IMYECTBEHHbIV BbIXO[ NPOV3BOAHbLIX DEHONA;

- KONIMYECTBEHHOE N3B/eYeHNe Npu IKCTPAKLMOHHOM KOHLEHTPMPOBAHWMK;

- 60n1ee npocToe annapaTtypHoe peLleHune;

- MoAUULMpYIOLLME peareHTbl JOCTYMHbI W LWMPOKO PpacnpocTpaHeHsbl.

dopmyna n3obpeteHns
Cnocob onpegeneHus geHona B No4yBe, BKOYAIOWNA ABYXCTAAUAHYIO XUMUYECKYD MoAuUKaLnio,
3KCTPaKLMOHHOE KOHLIEHTPUPOBAaHME 1 razoxpomarorpagynuyeckoe AeTeKTMpoBaHve, OT/IMYaLWMiCca TeM,
4YTO B KayecTBe peareHTOB-MOAU(IMKATOPOB MNpuMeHAT O6pom B Konmyectse 0,05 - 0,25% wu
TPpUATOPYKCYCHbIV aHrmgpug B kKonudectee 0,5 - 2,0% Kk macce npobbl, a Ans [eTekTupoBaHus
NCMONb3YIOT AEeTEeKTOP 3/IEKTPOHHOro 3axBaTa.

PUACYHKN

PucyHok 1

MM4A JocpouHoe npekpaweHue pelcTteus nateHTa Poccuiickoii depgepaunm Ha un3006peTeHMe U3-3a
Heynnatbl B YCTAHOB/IEHHbI CPOK MOLUJ/IMHBbI 3a NoAAepXaHue nateHTa B cunie

[aTa npekpalieHunsa genctems nateHTa: 10.01.2002
Homep v rog nybnukauymmn 6onneteHs: 23-2003

M3BeweHne onybnvkosaHo: 20.08.2003
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