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PE3IOME

Beeodenue. Obecneuenue nacenenus uucmoii NUMwveoll 6000l HOPMAMUBHO0 Ka4ecmed, O0CMYNHOCMU 6000N0Ab308AHUS U €20 Oe30nacHoCmy 045 HaceaeHUs
OMHOCUMCSL K NPUOPUMEMAM COYUAnbHOL noaumuku Poccuu Kak 0cH08a 300p06bsi U 6AA20N0AYHUS HEN08EKA.

Ileav pabomevr — paspabomka, onmumu3ayus U 8aAUOAUUS BbICOKOUYBCHIBUMENbHOU XPOMAMO-MACC-CREKMPOMEMPU1eCKoll MemoouKy Koau4ecmeeHH020
onpedeneHus NOMEHUUANbHO ONACHbIX cOeOUHeHull (0eH301, SMmuAbeH30) 045 KOHMPOAS MEXHOLEHHO20 3a2PA3HeHUs. NUMbeoll 800bl.

Mamepuaavt u memoodst. Hccaedosanus 8binoaHANU ¢ ROMOWbIO 2a308020 Xpomamozpagha cepuu «Xpomamak-Kpucmann» ¢ macc-cenekmusHoim OemeKmo-
pom. s nocmpoenust 2padyuposoyHoll XapaKkmepucmuxku 0eH304a U Smuiden304a UCHoAb308a1u cmandapmubii pacmeop (045 oenzosa 0,0088 mie/cm?,
0as smunbensona 0,0087 mke/cm’), peakmueamu cAyHCUAU MEMAHOA, CYAbDAM HAMPUS.

Pesyavmamot. Dphexmuenoe pazoenenue 6en30aa u Smunben3ona Cmandapmuozo 00pazya yCmaHoe1eHo Ha KanuAAapHol Koaonke ZB-624 dasn eazoeoil xpo-
mamoepaguu. /s obecnewenus Haubosee NOAHO0 U361e4eHUs: OeH304a U FIMUAOEH301a U3 00pa3L408 800bL IKCHEPUMEHMANLHO 000CHO8AHbI NAPAMEMPbL AHA-
AU3A PagHOBecHOU napoeoll (hassl. M3yueHo eausHue memnepamypsl u 6pemeru YCMaHo8AeHUs MeXChHAa308020 PABHOBECUS HA YYBCMBUMEAbHOCHb NAPOPA3HO20
ananuza. Bvicokoii nonnomel uzeneuenus 6en3ona u smuabensona uz o6pasuyoe 600st (97, 7—100%) docmuearu npu caedyrouwux napamempax Memooa aHaiu3a
PABHOBeCHOU haposoil (hazvl: memnepamypa nazpesa npobwt ¢ JPII nawoc 80 °C, epems ycmanosaenus mexcgazo6o2o pasnosecust 20—30 MuH, ucnonv3osanue
cyavgpama nampus 6 Koauecmee 2 . Memponoeuueckas ouenka memoouxu évinoanena ¢ coomeemcemeuu ¢ mpebosanusmu OPC.1.1.0012.15 Barudayus
AHANUMUYECKUX MEMOOUK.

Ocpanunenus uccaedosanusi. B dannvix ucciedoganusx omcymcmeyom 02panuyeHusl.

Baxarouenue. Pazpabomannas Xxpomamo-macc-cneKmpomempu4eckas Memoouka 0as KOHMpOsi MeXHOLEHHO20 3a2PA3HeHUs. NUMbeEOil 600bl MOHOUUKAUYE-
CKUMU apoMamuecKumu yene6o0opodamu (0eH301 U Smunben3oa) no3goaula pacuupums Ouana3oHn usmepsemlx konyenmpayui (¢ 0,0005 do 0, 1 me/om’).
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ABSTRACT

Introduction. Provision of the country population with qualitative drinking water, safety and availability of water resources for all section of the population are
among top priorities of social policy and a solid ground for people’s welfare and health.

The aim of this study. To develop, optimize, and validate a high-sensitive chromato-mass-spectrometry method for quantification of potentially hazardous chemicals
(benzene and ethylbenzene) to be used within activities aimed at control of human-induced contamination in drinking water.

Materials and methods. The study was accomplished with using a gas chromatographer of Chromatek-Kristall series with mass selection detector. A standard
solution (for benzene 0.0088 ug/cm’ and ethylbenzene 0.0087 ug/cm?) was used to create calibration characteristics of benzene and ethylbenzene; methanol and
sodium sulfate were used as reagents.

Results. Effective division of benzene and ethylbenzene in the standard sample was achieved at the capillary column ZB-624 for gas chromatography.

To fully extract benzene and ethylbenzene from water samples, we tested parameters of a method which could be used to prepare analysis of the equilibrium vapour
phase. We investigated influence of temperature and time required for achieving inter-phase equilibrium of benzene and ethylbenzene form a water sample on
sensitivity of vapour phase analysis. Highly effective extraction of benzene and ethylbenzene form water samples (97.7—100% respectively) was achieved by using
the method for equilibrium vapour phase analysis: sample heating temperature in the vapour feeder is 80 °C; the time required to reach inter-phase equilibrium
is 20—30 minutes and 2 grams of sodium sulfate were used in the process.

Metrological assessment of the method was carried out in accordance with the requirements of OFS. 1.1.0012. 15 Validation of analytical methods.

Limitations. There are no limitations in these studies.

Conclusion. The developed chromatograph mass spectrometric method for monitoring technogenic pollution of drinking water with monocyclic aromatic
hydrocarbons (benzene and ethylbenzene) made it possible to expand the range of measured concentrations (from 0.0005 to 0.1 mg/dm?).
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BBenenne

O6GecrieyeHe HaceJIeHUS YUCTO MUThEBOM BOIOII HOpMa-
TUBHOTO KayecTBa, 0€30MacHOCTb U JOCTYITHOCTb BOIOIOJIb30-
BaHUS IS HaCEJICHUST OTHOCATCS K TPUOPUTETAM COITMAIBHOM
TMOJIUTUKUA M COCTABJISIIOT OCHOBY 3I0POBBSI M OJIarOIOIyUHsl Ye-
soBeka [1, 2]. JIast KoMpOpTHOTrO MpOXUBaHUS JIIOIEH HeMaJo-
BaXHBIM (DAKTOPOM SIBJIIETCS HAJTMYME YUCTOM IMUThEBOIl BOMIBI.
B HacTog11ee BpeMs B Hallleii cTpaHe peau3yeTcs dheaepaabHbIi
mpoekT «Yucras Boma», KOTOPHI BXOIUT B COCTaB HALIMOHAJb-
HOTO TIpoekTa «2KWIb€ 1 TopoacKast cpefa», CO3MaHHOTO IO pe-
menwuio Ipesnnenra Poccun'.

Xumudeckuii HedTenepepadaThIBalONINT KOMIUIEKC, KPYII-
HBIIl TIOCTABIIWK CHIPBSI, TOJYIPOMYKTOB, PA3IUYHBIX MaTe-
pUAJIOB M M3AEIWA TTOYTH BO BCE OTPACIv MPOMBILIJIEHHOCTH,
OIHOBPEMEHHO SIBJISICTCSI OMHUM W3 OCHOBHBIX 3arpsiI3HUTEIICH
OKpYXXaIllell cpenbl, B TOM YHUCJe BOZOEMOB XO3SIACTBEHHO-
MMUTHEBOTO BOIOCHAOXKeHUsI. K OCHOBHBIM 3arpsi3HUTENISIM BO-
ITHOM CpelIbl OTHOCSITCS TOKCHYHBIE OEH30JI M 3TUI0eH301 [3].
beH3on, ecTecTBeHHBIA KOMIIOHEHT CBHIPOM He(TH, IIUPOKO
TIPUMEHSIETCSI B OPTAHNYECKOM CUHTE3¢ — MPOU3BONICTBE STUII-
OeH3o0J1a, IUMKJIOreKcaHa, Kymoja. [locTynmuBimii B opraHu3M
GEH30JI OTHOCUTEJILHO OBICTPO BBIBOIUTCS, HO IOCIIEACTBHS
pacTATUBAIOTCA BO BpeMeHU. beH30J1 SBysIeTcsl caMbIM TOKCHY-
HbeIM 13 rpynnbsl BTEX (6eH30:1, Tosyos, aTHIIOEH301, KCUI0-
JIBI) ¥ TIPUHAIUIEKUT K BEIIeCTBaM BBICOKOTO KJIacca OIMMacHOCTH,
MPEeICTaBIIsAS yTPO3Y 3M0POBBIO YeJIOBEKA U OKPYXKAIOIIEH cpele.
B pesynbrate mMetabonu3Ma OeH30JIa B OpraHu3Me oOpa3yroTcs
6oJiee TOKCUYHBIE MTPOAYKTHI, YUCIIO SPUTPOLIUTOB YMEHbIIIACT-
csl, YPOBEHb reMOIJIOOMHA CHUXKAETCsI, MOTYT (POPMUPOBATHCS
XPOMOCOMHBIE HapyIIeHUsI, BeaylIie K BO3HUKHOBEHMIO 3J10-
KayeCTBEHHBIX HOBOOOpPAa30BaHWIA, TeHETUIECKUX Ne(DEKTOB U
oecrionus [4]. beH301 He HOJKEeH OOHApyKMBAaThCsl B MUTbE-
BOIl Bozie B KOHLIeHTpaiuu 6osnee 1 ppb, 4ToObl BO3MOXHOCTh
KaHILEPOTEHHBbIX, MYTareHHbIX WJIM PEINPOTOKCUYECKUX ID-
(exToB ObLIa CBeieHAa K MUHUMYMY [5]. DTrnbdeH301 Hanbosiee
HM3BECTEH TEM, YTO MCIIOJB3YETCS B IPOU3BOACTBE MOJUCTUPOJIA
B KauecTBe MpeAIIeCTBEHHUKA MOJIEKYJIbl CTUPOJIA.

Bona nctouHruKoB BOIOCHAOXKEHMS U TTMTheBasi BoJa KaK 00b-
€KThl KOHTPOJIS SIBJISTIOTCS CJIOKHBIMU TSI XUMUYECKOTO aHaIn3a
00BEeKTaMU Cpe/ibl OOMTaHUS U TPEOYIOT HalEXKHOTO KOHTPOJIS 3a-
TpsI3HSIONINX BelecTB. KauecTBO MUTHEBOIT BOABI KOHTPOJIMPYET-
cs1 B Poccum® Ha 3aKOHOIATEIbHOM YPOBHE. YTBEPXKIEHBI TUPEK-
THUBHbBIE TOKYMEHTBI 10 YIYYIIEHUIO MTUTHEBOTO BOIOCHAOXEHMUS
HaceneHust: denepanbabIil 3akoH Ne D3-52 «O caHUTapHO-3TH-
JIEMUOJIOTMYECKOM OJ1aronojaydyuy HacejaeHus»®, «KoHmemnmms
roCyIapCTBEHHOM TOJMTUKM YCTOMYMBOIO BOIOMOJb30BAHUS
Poccuiickoit depepauyn», KoHuenuss PenepaabHON LIEIeBOM
nporpammbl «ObecnieueHne Poccuy muTheBoI BOAOM» U Ap.

[ns obecrieyeHust 6€30MaCHOCTU MUTHEBOUM BOJbI HEOOXO-
UM KOHTPOJIb TTOKa3areseil KayecTBa. YyBCTBUTEIBHOCTH pa3-
paboTaHHBIX METOIWK B CBSI3U C YXKECTOUEHHMEM HOPMATHUBHBIX
rmokasarejieii B caHuTapHbix npaBwiax CanlluH 1.2.3685-21
HEIIOCTAaTOYHO, YTO OMpenessieT HeOOXOMMMOCTb pa3paboOTKU U
BHEIPEHUST BBICOKOYYBCTBUTEIBHBIX M CEJIEKTMBHBIX METOIMK
aHaM3a.

BeHson u 3TMI0eH301 SBJSIOTCS PUOPUTETHBIMU IJISI KOH-
TPOJISt TEXHOTEHHOTO 3arpsi3HeHMs TTMTheBO Bobl. Ha 310 yKa-
3BIBACT MEPEUYCHb OCHOBHBIX 3arPSI3HSIONINX BEIIECTB ATEHTCTBA
o oxpaHe okpyxatomei cpeanl CILA [6—8]. [IpuMmeHeHMe co-
BPEMEHHBIX METOJIOB, TAKMX KaK XpOMAaTO-MacC-CIIEKTPOMETPHSI,
MO3BOJIUT CeNIaTh aHAIU3 6oJiee OBICTPBIM U PACIIMPUTh Ararna-
30H M3MePSIeMBIX KOHIIEHTPAIIUH.

! Macnopt ¢enepanbHOro mpoekTta «Yucrast Boga» HalMOHAJIBHOTO
npoekTa «Kuiab€ u ropoackas cpena». JloctymnHo: https://minstroyrf.gov.
ru/upload/iblock/cf9/FP_CHistaya_voda-01.06.2022.pdf (nara o6pariie-
Hus 11 mrons 2022 1.).

2 CaulluH 1.2.3685—-21 «I'urueHnyeckne HOPMATUBBI U TpeGOBa-
HUS K 00ecTieueH!I0 6e30IMacHOCTH 1 (W) 6€3BPEIHOCTH ISl YeToBeKa
GbakTOpOB Cpebl OOUTAHUST».

3 Denepanbhblii 3akoH oT 30 Mapta 1999 r. Ne d3-52 «O caHutapHo-
SMUIEMHUOIIOTUIECKOM OJIaTOTIONYINH HACETCHUS».

Lleav uccaedosanus — pa3paboTKa, ONTUMU3ALIMS Y BaJU AL
BBICOKOUYBCTBUTENIFHON  XpPOMaTO-MacC-CIeKTPOMETPUIECKOH
METOIUKN KOJMYECTBEHHOTO OINpeNeNeHus] TOTeHI[MAIbHO
OIMaCHBIX COETUHEHUU (OEH30J1, STUIOEH30I) 11 KOHTPOJIS TeX~
HOTE€HHOTO 3arpsI3HEHUS] TUThEBOI BOIBI.

AHaIU3 OTEYECTBEHHON METONMYECKOH JIMTepaTyphl MOKa-
3aJ1, 9YTO B HACTOSIIIEE BPEMST OIYyOJUKOBAHBI METOIVKY KOJIM-
YECTBEHHOIO OlpenesneHus] 6eH301a U ATWIOEH30JIa B BOAHBIX
cpemax METOIOM Ta30BOM Xpomartorpadmu M XpoMaTo-macc-
criekTpomeTpuu. Pa3paboraHbl MeTonmuyeckre yKazaHWs, yCTa-
HaBJIMBaIOLME METONUKY razoxpomarorpaduyeckoro Kojiuye-
CTBEHHOTO XWMWYECKOTO aHajiM3a BOMbBI IIEHTPATN30BAHHOTO
XO3SIUCTBEHHO-TTUTHEBOTO BOAOCHAOXKEHMS TSI OTpEeAeIeHUs
colepXaHus B Heli alleToHa, MeTaHoJjIa, 0eH30J1a, TOJIyoJia, STUJI-
OeH3oua, TIeHTaHa, 0-, M-, IT-KCUJI0JIa, TeKcaHa, OKTaHa U leKa-
Ha B iMana3oHe KoHueHtpamuii 0,005—20 mr/om3. [lorpeniHocTsb
METOIMKM U3MepeHuii He mpeBbiaet 13%¢* KoHieHTpaimu
aHAJIM3UPYEMBIX COENWHEHUI OTpPeNessTioT METONOM Ta30BOi
xpomarorpaduu ¢ IJIaMEHHO-MOHU3AIMOHHBIM IeTeKTUPOBa-
HMeM. MeTol OCHOBaH Ha W3BJICYCHUU COCAMHEHUN W3 BOMIBI
ra3oBOl 9KCTpaKIIMel PY HArpeBaHUU B 3aMKHYTOM OOBEME U
MOCJIEAYIOIEM aHau3€e paBHOBECHON mapoBoii da3bl. HuxHuMit
npenen uamepenust — 0,025 mxr. OnpeesieHUIo He MEIaloT ra-
JIOTeH-, a30T- U CePOCOepxKalllre COeANHEHUSI.

J171s1 u3MepeHMii MacCOBBIX KOHIIEHTPAIIMIA a30TCOAEPKAIINX
U apOMaTUYECKUX BEIIECTB B BOJE CUCTEM IMUTHEBOTO BOIOCHA0-
JKEeHUs U Boje, pachacoBaHHOM B EMKOCTH, pa3paboTaHa ra3ox-
pomarorpaduiyeckass METOINKa’,

Ha srare moaroroBku 06pasiia BOIbI IEHTPATM30BAHHOTO XO-
35IIICTBEHHO-TTUTHEBOTO BOJOCHAOXKEHMSI K XMMUYECKOMY aHATU3Y
OeH3ona, 0-, M-, TI-KCWJIOJIOB, TETPAXJIOPITUIIEHA, XJIOpOeH301a,
STII0eH30/1a 1 HadTanuHa B aramna3one 0,005—20 mr/omM?, Toyora,
TPUXJIOPITUIIEHA, CTUPOJIa, N30MPOIMIOEH30J1a, 0-XJIOPTOJIyoJia B
nmuara3oHe KoHueHrpanuii 0,03—20 Mr/am® ipuMeHsieTCst JUHAMM-
YecKasl ra3oBasi OKCTPaKLMsl ¢ KOHLIEHTPMPOBAHUEM Ha TBEPIOM
MTOJIMMEPHOM COpOEHTe, TOCIIENYIoNIel TepMoaecopOeil u ra-
30XpoMaTorpadIecKoM pasieieHueM Ha KamUISIPHON KOJIOHKe
¢ JETEKTUPOBaHKEM (POTOMOHM3ALIMOHHBIM feTekTopoM (DUT)°.

[pu ompeneieHNN JIETyINX OPTaHUYECKIX COSTMHEHMIA B TTH-
TbE€BOW U OYyTUIMPOBAHHOI BOME MCIIOJIb30BAHbI METO/IbI ra30BOM
xpomatorpaduu [9] u xpomaro-Macc-criekrpometrpur. Ha stane
TTOJITOTOBKY 00pa3iia BOIBI K XUMUIECKOMY aHATM3Y JIETKOJIETYIMX
OpraHWYECKUX COENMHEHU TTPUMEHSLTN MPUCTAaBKU [UISI CTaTUye-
CKOTO M muHammuyeckoro mapodasHoro anammsa (ITPA) [10, 11].
3aTeM TIPOBOAWIM Ta3oxpomaTorpacuyecKue WUCCIeTOBAHUS
Ha xpomaTorpade ¢ UCMOIb30BaHUEM KaNUJUISIPHBIX KOJOHOK
nnuHOM 25 M ¢ xkuakumu daszamu SE-54 u CP-Sil 19CB.

JleTyune mpumecu B BOAHBIX cpenax OMpPENessUIM METOAOM
mapoda3Horo aHaIM3a ¢ MPUMeHeHNEM TITAMEHHO-MOHU3AITMOH-
Horo aetekTopa [12]. [Tpu pa3paboTke METOAUKHM OOJIBIIOE BHU-
MaHMe ObUIO YIEJEeHO U3YyYeHUIO pa3lesieHus UCCIEoyeMbIX Be-
IIECTB Ha Pa3JIMYHBIX HEMTONBIKHBIX (dazax. i ycTaHOBICHUS
3(GHEKTUBHOCTU XpoMaTorpauueckoro pasiaeiaeHus] M3yd4eHbl
HeTronBIKHbIe Xunkue da3sl (HXK®D) pa3nuaHoil OaSIpHOCTH.

CriemytomuM 3TaroM padboTsl OBIIO MCCIENOBAHNE BIUSHUS
TEMIIEPATypHOTO PeXKMMa UCTIApPUTEIIS U KOJIOHKU JJIST TOCTHKE-
HMS BBICOKOW YyBCTBUTEIBHOCTH aHAIM3a KOMITOHEHTOB B BOJIE.
OKCIepUMEHTAIBHBIM MYTEM OBLTM TOTOOPAHBI [UTMHA KOJIOHKHU
U CKOPOCTb Ioaauyu B He€ razoB. IlpusHaHbl 3(hdHEKTUBHBIMU
TepeyrcIeHHbIe HIDKE YCJIOBUS Xpomarorpadmrieckoro aHa-
au3a. lnsg ompenelieHUs 3TUIOeH30/1a Haubosiee NpuemMieMa

4+ MVYK 4.1.650—-96 «MeToauyeckue ykKa3aHUs IO Tra3oxXpomaTo-
rpauyeckoMy OMpeieNeHNI0 alleTOHA, METaHoa, GeH3oJa, TOJyoa,
9TUIGEH301a, TIeHTaHa, 0-, M-, MI-KCUJIOJIa, TeKCaHa, OKTaHA U JeKaHa
B BOJIE».

SMBU 214.0.005.0131, CsumerenbcTBo 00 arTecTaluu
Ne 01.00225/205-26-11 ot 30 mast 2011 1., TOPAIKOBBINE HOMED peTHCTpa-
uuu B OeepabHOM MHDOPMALMOHHOM (DOHE TIO 0OeCTIeUeHHIO SIMH-
crBa uaMmepenuidt ®P.1.31.2011.10278.

® MYK 4.1.1205—03 T'azoxpomaTorpadudeckoe oIpeneaeHne 6eH-
3051a, TPUXJIOPITWIICHA, TOJIYOJa, TETPaxXJIOpATUIIEHA, XJIOopOeH3ona,
3TUIOEH3071a, M-, [-KCUJIOJNOB, 0-KCUJIO0Ia, CTUPOJIa, U30MPOIMIbeH301a,
0-XJIOPTOJTyoJia ¥ HadTalMHa B BOJIE.
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Taonuma 1 / Table 1

PacTBopbI 1151 yCTAHOBJIEHHS FPAJlyHPOBOYHOI XapAKTEPUCTUKH OEH30.1a U 3THI0EH301a
Solutions for establishing the calibration characteristics of benzene and ethylbenzene

Bemectso IokasaTenn Pactsop ans rpanyupoBku / Solution for graduation
Substance Index 1 ‘ 2 ‘ 3 ‘ 4 ‘ 5 ‘ 6 ‘ 7
Benzon O0BEM UCXOTHOTO CTAaHAAPTHOTO PacTBOpa, MM3 115 57 20 8 2 1.2 0.6
Benzene Volume of initial standard solution, mm?
KoHtieHTpaius 6eH301a, MKT/cM? 0.1012  0.0502  0.0176  0.0070  0.0018  0.0011 0.0005
Benzene concentration, ug/cm?
OTUI6EH30] OO0BEM UCXOTHOTO CTAaHAAPTHOTO PacTBOpa, MM?3 115 57.5 20 8 2.4 1.2 0.6
Ethylbenzene Volume of initial standard solution, mm?
KoHueHTpaLust 3TUI0eH30J1a, MKT/CM?3 0.1000  0.0500  0.0174 0.00696 0.002088 0.0010  0.0005

Ethylbenzene concentration, pug/cm?

3alojIHEHHass CcOpOeHTOM «XpomaToH N-AW» kanwuispHas
KOJIOHKA C HEITOIBIKHOM (ha3oit «Anme3oH L» (5%) npu ciemy-
J01lleM pexXrMe paboThl XxpoMaTorpada: TeMreparypa TepMocraTa
KosoHok ruttoc 150 °C, ucnapurenst — mmoc 180 °C; pacxon raza-
Hocutensa (asor) 50 mu/MuH, Bogopona — 40 MJI/MUH, BO3dyXa
400 mu/MUH; BpeMsl yaepxKuBaHUs 3TUI6eH301a — 3 MuH 15 c.
B cooTBeTCTBUM ¢ TpeGOBAaHUSIMM TOCYIApPCTBEHHOTO CTaHIApTa
K METOJaM KOHTpOJIs BelecTB B Boje [13] nmpu oTpaboTke or-
TUMAJIbHBIX YCJIOBUIN XpoMaTorpadupoBaHUsT HVKHUW TIpene
orpenesieHMs COCTaBII Iuist Toyosa 0,1 Mr/om?, a st STiI0eH-
3o0ja — 0,005 Mr/nM®. Melaroliiiee BIUSIHYAE IPYTUX COETUHEHUI
OTCYTCTBOBAJIO.

Takum o6pa3om, aHaIU3 OIyOJUKOBAHHBIX METOIUK ITO-
Kazajl, YTO OHM OTJMYAIOTCSl HEAOCTATOYHOM CEJeKTUBHOCTbIO,
TOYHOCTBIO Y HM3KOW UyBCTBUTEJLHOCTHIO. JJOCTaTOYHO IITUPO-
KO€ MCMOJIb30BaHME B MPOMBILIJIEHHOCTU O€H30/a U 3TUJIOEH-
30J1a OIpenesisieT HeoOXOMMMOCTh Pa3paboTKN BBICOKOUYBCTBH-
TEJbHON M CEJICeKTUBHOI METOIUKU ONpPENe/ICHUSI 3TUX BEILECTB
B MUTbeBOM Bone. /1o MOAroTOBKY MPOOLI MUTHEBOM BOABI K Ia30-
XpoMaTorpahuiecKoMy aHaT3y Ha cofiepXaHue 6eH3071a ¥ 9TUII-
OeH30J1a M3y4eH MeTOJ IMapoda3Hoit Ta30BOI XpoMaTorpadumn.

Marepuajnl 1 METOIBI

B cootBerctBuu ¢ TOCT P 8.563—20097 pa3zpaGoTaHa u Ba-
JUMAMPOBAHA XPOMAaTO-MacC-CHEeKTPOMETpUYECKass MEeTOIuKa
ompeneneHrss 6eH30Ma U 3TUIOeH30a B Boje. MeTposioruye-
cKasl aTTecTalus METOIMKH B YCJIOBUSIX JJaDopaTopyu MpoBeeHa
B COOTBETCTBMM C HOPMATUBHBIMU noKymMeHTamMu PMTI 61—-2010
u 'OCT P CO 5725—1—-6-2002%°,

HccnenyeMble 00BEKTbl — CTaHIAPTHBIE OOpaslibl OeH30Ja
(I'CO 7141-95, 99,95%) n stun6enzona (COIT 0034—03CTX,
99,5%), npoGbl BOABI U3 UCTOYHUKOB MUTHEBOTO BOMOCHAO0-
SKEHMSI.

[penmMer uccnenoBaHus — TeEXHUYECKUE pa3pabOTKU aHATH -
TUYECKON METOOUMKU: DKCIIEpUMEHTalIbHas OTpadoTKa 3(dpdek-
TUBHBIX YCJIIOBUI XpoMaTorpaduecKoro aHajiM3a 1 rapaMeTpoB
MacC-CIIeKTPOMETPUIECKOTO HEeTEeKTOpa; W3Y4YeHHe XpOMaTo-
rpadryecKoro MoOBENEHUs MCCIENLyeMbIX COENUHEHUN B 3KC-
TIEPUMEHTAIEHO OTPabOTAaHHBIX ONTUMATBHBIX YCIIOBUSX; yCTa-
HOBJIEHUE METPOJIOTMUYECKUX XapaKTePUCTUK U3MEPUTEIBHOTO

7 TOCT P 8.563—2009 I'ocynapcTBeHHAs CUCTeMa OOeCTICYEHUST eINH-
crBa usMepenuii ('CH). Meroauku (MeToabl) uaMepeHuid. JocTymnHo:
www.tsu.ru/upload/medialibrary/2c9/gost_r_8_563_2009. pdf (accessed
3 February 2025).

8 PMTI 61-2010. I'ocynapcTBeHHasl cucTeMa 00ecIieyeHusT eMMHCTBA
usmepeHuii. [lokasarean TOYHOCTH, MPABUIBHOCTH, MPELIM3UOHHOCTH
METOIMK KOJMYECTBEHHOTO XMMHMYECKOTO aHajin3a. MeTobl OLECHKH.
HoctynHo: https://docs.cntd.ru/document/1200094703 (accessed 20 June
2017).
> TOCT P UCO 5725—1—6—2002. TouHOCTb (TIpaBMIBHOCTD U TIpe-
LM3MOHHOCTh) METOIOB M pe3yJibTaToB M3MepeHuii. M.: T'occranmapr
Poccuu, 2002. JoctynHo: https://docs.cntd.ru/document/1200029975
(accessed 14 June 2017).

Mpolecca U BHYTPEHHEro JabopaTOPHOTO KOHTPOJIS; SKCIepr-
MEHTaJIbHas OTpabOoTKa YCIOBUI M TTapaMeTpOB Ccriocoba Moaro-
TOBKH MPOO MUTHEBOI BOIBI K XUMUYECKOMY aHAIIU3Y.

Hcnoavsyemouli uncmpymenmapuii. J1jis1 vicciaenoBaHuil Kc-
MOJb30BAJIM Ta30BBIM XpoMarorpad cepum «XpomaTak-Kpu-
cta» (Poccust) ¢ macc-celeKTMBHBIM neTekTopoM. Kamui-
JIipHas KOJIoHKa cepuu ZB-624 plus 60 M - 0,32 MM - 1,8 MKkM
IIJIs1 Ta30BOM xpomaTorpacduu. XpomaTorpachuieckre YCIOBMSI:
temrieparypa ucrnaputenst mioc 200 °C; ra3-HOCUTENIb — a30T;
CKOPOCTb MMOTOKA 1,5 MJI/MWH; TEMIIEPaTypHBINA PEXKUM KOJIOHKH
ot mmoc 40 go mmoc 200 °C npu CKOPOCTH MPOrpaMMUpPOBaHUS
10 °C/muH ¢ neneHueM razoporo noroka 1 : 10.

Xapaxmepucmuxu macc-cnekmpomempuyeckozo 0emexmo-
pa. VICTOUHMK MOHU3ALIMU — 3JEKTPOHHBIN ynap. JuamazoH
Macc/paspemienne — ot 1 1o 1200 a.e.M./1 a.e.M. DHeprus dJeK-
TpoHOB — oT 0 mo 150 3B. TemmnepaTypa MCTOYHMKA MOHOB —
mmoc 250 °C, temmepatypa mnepexomHoil smHuu ['X/MC —
1o romroc 240 °C, otHomeHne «curHai — iryM» (1 mr O®H) — 1000 : 1
U BBIlIE, MHCTPYMEHTAJIbHBIN Tipenaen odoHapyxeHus (IDL) —
10 ¢r u meHee, XxapaKTepUCTUYECKHME WOHBI IJis1 OeH3o0ya —
m/z 78, 51, 77, nna atun6eHsona — m/z 91, 77, 106.

Ilodzomoexa cmandapmoe u npo6. J1j1s1 TOCTPOEHUS TpaLyU-
POBOYHOI XapaKTepUCTUKK CPEICTB M3MEPEHUII TOTOBWIM HC-
XOIHBII CTaHIAPTHBIN pacTBop GeH3oa (I'CO 7141-95, 99,95%)
¢ koHneHTpanueit 0,0088 mxr/cm® u atun6eH3ona (COIT 0034—
03CTX, 99,5%) ¢ xonuenrpauueii 0,0087 Mxr/cMm®, B KauecTBe
pacTBOPUTENS MCIOJb30BAIM METWIOBBIA crupT. s storo
B K0Ji0y BMectuMocThio 100 cm® HamuBamu 50 cM? METUIIOBOTO
CIPTa ¥ BBOOWIM MUKPOIIIIPHUIEM IO 1 MM® OeH30/1a ¥ STUII-
OeH301a. 3aTeM 00bEM METUJIOBOTO CITMPTa B KOJIOE JOBOIMIU
IO METKH M TIIATEJILHO TepeMenBaiu. M3 mcXxomHoro pactBopa
TOTOBWJIM CTaHAAPTHBIE PACTBOPHI IJISI IPATyUPOBKM.

I'panynpoBOYHYIO XapaKTepUCTUKY YCTAHABIMBAIM METOAOM
abCOJTIOTHOM TpagydpOBKU Ha cMecsIX OeH30J1a U STUIOEeH30JIa.
OHa BbIpaxkajia 3aBUCMMOCTb IUIOIIAAM MMKA Ha XpOMaTorpaMMe
(MB - ¢) oT KOHIIeHTpaly KOMITOHEHTa (MKT/cM®) M cTpouyiach
10 IBYM CEepUsIM CTaHAAPTHBIX PACTBOPOB IJISI TPagyHMpPOBKM.
Kaxnas cepusi cocTosiia U3 ceMu CTaHIAPTHBIX pacTBOpoB. Jls
STOro BMAJIbI 3aIlONHSIM TUCTWIIMpOoBaHHOU Bomoit (10 cm?),
no6aBysum 2 T cyiabdara HaTpus'’ U CTaHIAPTHBINA PacTBOP UL
IPagyupPOBKU B COOTBETCTBUU € TabI. 1.

B teuenme 30 MUH BHUay TEpMOCTAaTHUPOBAJIU B 103aTOpE
paBHoBecHoro napa (JAPIT) npu temneparype maoc 80 °C. Jlns
aHaJM3a CTaHIApTHOTO pacTBopa 2 cM?® IMapora3oBoil MpOObBI
LITIPULIEM BBOAWIM B XpOMaTOrpaUIeCKyIO KOJIOHKY Yepe3 1c-
napureib. [Ipolienypy moBTOpSUIM A1 KaXIOTO IrpaayrpoBOY-
HOTO pacTBOpa.

[ns obecriedeHUs] TOCTOBEPHOCTU WM3MEPEHU TOTOBWIM
MITh CTAaHAAPTHBIX PACTBOPOB, conmepxaiiux oeHson (0,0005 —
0,007 — 0,1) u sTr6en3ou (0,0005 — 0,007 — 0,1) Ha TPEX ypoB-
HSX IMarna3oHa.

" TOCT 2145875 CynbaT HATpUs KPUCTAUTM3ALMOHHBIIA.
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METHODS OF HYGIENIC AND EXPERIMENTAL INVESTIGATIONS

Original article

Taobnuma 2 / Table 2

I'azoxpomaTorpaduueckne napaMerpbl A1 pa3aesieHus 0eH30J1a U ITHI0EH30JIa ¢ HCIOJIb30BaHHEM KoJIOHKH ZB-624 plus
Gas chromatographic parameters for the separation of benzene and ethylbenzene using a ZB-624 plus column

TemnepatypHblii pexxum KosoHkH, "C / Column temperature range, °C .
Pexum - IMotok ra3a-Hocuresis, vii/MuH | [leienne NOTOKA reJmmii : BO3AYX
Kosonka Pexxum nporpaMvMupoBanusi KOJOHKH, *C/MUH . . . L
Mode Carrier gas flow, ml/min Split flow helium : air
Column Column programming mode, °C/min
1 ot 40 1o 200 / from 40 to 200 10 1.5 1:10
2 60—150—190 10 2.5 1:20
3 50—170—-195 15 3.5 1:0
(6e3 meneHust MOTOKA)
(without flow division)
McA-1,/ MSD-1 B pexxume 1 ObIJI0 JOCTUTHYTO ONTUMAJIBLHOE pa3aeieHue X1-
MMUYECKUX COCTUHEHUN CTaHAApTHOTO PAacTBOpa, KOTOPBIA MC-
200000 MOJb30BAIM VISl JAJIBHEUIIUX UCCIEAOBaHUI. Xpomarorpamma
CTaHJAPTHOTO PacTBOpa GEH30J1a U STUJIOEH30J1a TP ONTUMATBHO
150 000 OtunbeHson MOJAOOPaHHBIX YCJIOBUSX XPOMATO-MaCC-CIIEKTPOMETPUIECKOTO
Ethylbenzene aHaIM3a IMOKa3aHa Ha PUCYHKE.
\ g
100000 1 ‘\ ‘YcranoB/ieHre MOJHOTbI H3BJI€YEHUS
| BeHaon 0eH30J1a ¥ 3TIII0EH30J1a U3 00Pa3I0B BOABI
5000 4 ‘ Benzene C PMMeHEeHHeM CTaHAapTHOro 00pa3ua
t A [lpu omnpeneneHWM MOMHOTHI 3KCTPAKUMU OEH30/1a U STUII-
1 " A OeH30/1a 13 MpoO BOMAbI M3yYaiu BIMSHUE TEMIEpaTypbl, BpEMEHU

75 85 95 105 115 125 135 145
Bpewmsi, MyH / Time, min

XpomaTorpamma ctaHAapTHoro o6pasua 6eHsona (Gs = 0,02 mr/gm®)

n atunéeHsona (Cys = 0,0145 mr/am?®).

Chromatographic spectrum of a standard sample of benzene (G, = 0.02 mg/dm?)
and ethylbenzene (Ce, = 0.0145 mg/dm?)

Pe3syabTaThi

Baaudauus memoouxu. Bamunanuio METOIUKA TTPOBOIUIIN B
HECKOJIbKO 3TaroB: YCTAHOBJIEHME MOJTHOTHI U3BJIEYEHUsT OEH30-
J1a ¥ 3TWJI0eH30J1a U3 00pa3iia MUTheBOM BOJIBI, OTpee/ieHHE ITO-
KazareJsss TOYHOCTH U TIPaBWJIBHOCTH 9KCcIiepuMeHTa. Jl7st BbI6o-
pa ONTUMAaJIbHBIX YCJIOBUI pa3leieH!s UCCIIEN0BAIN MTOBEIEHNE
JIETYYUX apoOMaTHUECKUX COENMHEHW Ha HEIMONBIKHBIX (hazax
pas3Hoii ipuponsi [14].

DKCIIepUMEHTAIBHO M3YYeHO pasfelieHue IIeJIeBbIX aHa-
JINTOB HAa KOJIOHKAaX Pa3NIMYHON TosipHOCTU. 15T 3TOTO TIpH-
MEHSUTA KalWUIIpHbIE KOJOHKHM cienyommx cepuit: DB-624,
HP-FFAP, ZB-624 plus. DddexkTrBHOE pazaesieHue 6eH30Ma U
STWIOEH301a B BOOHBIX CPEAaX TOCTUTHYTO Ha KOJIOHKE CpeaHei
nossipHocTy cepun ZB-624 plus. [IpuMeHsuM peXXuM Iporpam-
MUPOBaHUS KOJOHKM OT mutioc 40 mo mmoc 200 °C, Temneparypa
ucToyHuka moHoB — rumoc 250 °C, temrieparypa mnepexomHoi
quHun — 1moc 240 °C. JInana3oH ckaHupoBaHUsI Macc — oT 40
mo 150 a.e.m. [Mapamerpsl xpomarorpadpuueckoro pasneneHus
OeH30J1a 1 3TUJIOEH30J1a TPUBEACHbI B Ta0J. 2.

SKCTPAaKLMK M BHICAJIMBAIOIIMX PEarcHTOB Ha YYBCTBUTEJILHOCTD,
TOYHOCTb Ttapoda3Horo aHaau3za. st odecriedyeHrst HEOOXOIUMOI
TPaBUJIBHOCTH TIOJY9aeMBbIX Pe3yJIbTATOB YUWUTHIBAIM CIICMYIOIIIE
MOKAa3aTeNI: CTaOMJIBLHOCTh TeMIIEpaTyphl TEPMOCTAaTUPOBAHMSI,
YCTAaHOBJIEGHHOE BpeMsl Mexk(}pa30BOro paBHOBecHsl IJisi OeH30ja
U 3TUJI0EH30s1a, TPUMEHEHNE BhICAUTUBAIOIIMX areHToB [15—17].

Ouenka memnepamypol mMepMOCMAMUPOGAHUS U GPeMeHU
ycmanogaenus mexcghazoeozo pasrogecust npodvl npu eé nazpesa-
Huu. Temnepamypa. 1na BEIOOpa ONTUMAJIBHBIX ITAPAMETPOB Ta-
30BOI IKCTpaKLMKM OeH30/1a U 3TWIOEH30J1a U3 00pa3loB BOIbI
BBITIOJTHSUTA TTapocda3Hblii aHaJM3 CTaHAapTHOTO obpaslia Mpu
Pa3IMUHBIX TeMIIepaTypax no3aTtopa paBHoBecHoro napa (JIPIT)
U BPEeMEHU TEPMOCTATUPOBAaHUS MPU BHIOPAaHHON TeMIepaType
JPII [18].

YyecmeumenvHocms u moyHocms Tapoda3HOro aHaIM3a Jiu-
MUTHPYIOTCSI TIPEXIE BCEro IPOIIECCOM Ta30BOM 3KCTPaKIIUU.
KoHueHTpanimoHHast XapaKTepHUCTHKa MeX(a30Boro paBHO-
BeCUsl YYBCTBUTEJbHA K TeMIIEpaType, YTO HaKJIaabIBaeT OMpe-
NeJIEHHBIE OTPAaHWYEHUST Ha CTaOWJIBHOCTh TEMITepaTyphl B KO-
JIMYECTBEHHBIX M3MEpeHMsIX. B mpoliecce sKCnepuMeHTaIbHOM
OTpabOTKM TMapaMeTpoB Mapoda3HOW 3KCTPaKIUK MPU Pa3HBIX
TeMIepatypax Jo3aTopa pPaBHOBECHOTO Mapa WCCIeayeMbIit
pacTBop 00BEMOM 5 ¢M® CO CTaHZAPTHHIM PacTBOPOM OeH301a
M 3TWIOEH30J1a MoMelald Bo (JakoH BMECTMMOCThbIO 20 cM’.
DnakoH 3aKphIBAJIA CETITON W ATIOMIHUEBOM KPBITIIKON 1 TTOMe-
wanu B JAPII. 3aTem razoxpoMarorpamyeckum METOIOM U3Me-
PSITM PABHOBECHYIO KOHIIEHTPAIIMIO OPTaHUYEeCKUX COSTMHEHUIA
B Ta30BOi (ha3e Hag MCCICTYEMBIM PACTBOPOM IIOCIIE YCTAaHOB-
JICHUsI B HM30TEPMUUYECKUX YCIOBUSIX (Pa30BOro paBHOBECHSI.
PesynbpTarsl pencrapieHsl B Ta0. 3.

Tao6nuuma 3 / Table 3

Pe3ynbTaThl NOTy4eHHBIX CPEAHMX 3HAYECHWIA MOJTHOTHI H3BJIeYeHHs 0€H30J1a M ITWIOEH301a U3 00Pa3I0B BOIbI
Results of the obtained average values of the completeness of extraction of benzene and ethylbenzene from water samples

TeMnepﬂagga%arpeBa Bensoa, mr/am® / Benzene, mg/dm’ Oruoenson, mr/am® / Ethylbenzene, mg/dm?
E)Ife :;Ll}lgilfs;:ll&egng BBeseHo / entered | Haiineno/ found ﬂ::f:;;:ﬂi:‘:::‘; % BBeseno / entered | Haiineno/ found CT::&T;;:{T:Z:;“I% %
dispenser, °C ’ ’
70 0.044 0.042 £ 0.03 95.45 0.044 0.043 = 0.039 97.7
80 0.044 0.044 £ 0.031 100 0.044 0.044 £+ 0.032 100
90 0.044 0.043 = 0.04 97.7 0.044 0.044 = 0.04 100
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OpurvHanbHas cratbst

Taonuua 4 / Table 4

Pe3y.]'llzTaTbl MOJIYYCHHBIX CPETHUX 3HAYEHHIA MOJHOTHI IKCTPAKIMHA 0€eH30J1a ¥ ITHI0EH30J1a U3 CTAHJAAPTHBIX 06])213].[03 Ip4 pa3jnYHOM
BPEMEHH YCTAHOBJICHUA Me)l((ba30BOI‘0 paBHOBECHSA

Results of the obtained average values of the completeness of extraction of benzene and ethylbenzene from standard samples using different times
of establishing interphase equilibrium

Benzoa, mr/am* / Benzene, mg/dm’ Drundenson, mr/av® / Ethylbenzene, mg/dm?

Bpems ycraHoBieHus
Mex(pa30BOro paBHOBECHS, MUH

cremnenb IKCTpaKumu, % CTeneHb IKCTpaKmiu, %

Time to establish interph i i
ime e(:1 lelisli?)rilllsl‘ll ’ll;ﬂ ie;p ase | peseHo / entered | Haiineno/ found extraction degree, % BBesieHo / entered | Haiizeno/ found extraction degree, %
20 0.044 0.029 £ 0.011 66.2 0.044 0.026 £ 0.009 58.36
30 0.044 0.037 £ 0.015 85.0 0.044 0.034 £ 0.013 76.75
40 0.044 0.043 £ 0.023 97.7 0.044 0.044 £ 0.019 100

Ta6nuua 5 / Table 5

Cpennue 3HaUeHUs CTENEHN SKCTPAKIMHU 0€H30J1a M ITUIIOEH30.1a U3 00Pa310B BO/bI PU PA3JIMYHBIX YCJIOBUSIX MOJrOTOBKH 00pa3na Boabl
K XHUMHYECKOMY aHaau3y (n = 5 u p = 0,95), KOHUeHTpamusi, Mr/am’

Average values of the degree of extraction of benzene and ethylbenzene from water samples under different conditions of preparation of the water
sample for chemical analysis (n = 5 and p = 0.95) (concentration, mg/dm>)

Bensoa / Benzene Drunbenson / Ethylbenzene
MeToz n0AroTOBKH 00Pa310B BOJIbI . a(dexTHBHOCTD . 3((heKTHBHOCTL
Method of preparing water samples BBEJIEHO Hailieno u3BjeYenus, % | BBeIeHO Hailaeno u3Bieyenns, %
entered found extraction entered found extraction
efficiency, % efficiency, %
B xucnoii cpene pH 3,0 (no6asuwiu HCI 1 : 1) 0.015 0.010 = 0.007 71.4 0.015 0.011 £0.010 78.6
In an acidic environment pH 3.0 (added HCI 1: 1)
B wenounoit cpene pH 9,0 (nodasunu 5% NaOH)  0.015 0.011 £0.010 78.6 0.015 0.012+£0.011 85.7
In an alkaline environment pH 9.0 (added 5% NaOH)
C BhICAIMBAIOIIUMU PeareHTaMu:
With salting out reagents:
21 (g) Na,SO4 0.015 0.015+0.011 100.0 0.015 0.015£0.013 100
21 (g) MgSO, 0.015 0.013 £0.009 92.8 0.015 0.013£0.011 92.86
31 (g) Na,SO4 0.015 0.013 £0.009 92.8 0.015 0.013£0.012 92.86
11 (g) Na,SO, 0.015 0.010 £ 0.009 71.4 0.015 0.012 £0.011 85.71

MakcuMajbHbI IToKa3aTelb dkcTpakuuu (1o 100%) OeH-
30J1a U 3TWIOeH30Ja ObUT mojydeH npu Temneparype JPIT
ttoc 80 °C (cM. Tab. 3).

Bpemsa gpopmupoeanus mexcgpazoeoeo pasmnosecus. Cnenyio-
LIMM 3TArlOM MCCIeI0BaHUI ObLIO ONpeaesieHue BpeMeHU, B Te-
YeHMEe KOTOPOTO YCTaHABIMBAJIOCh paBHOBecHe (a3. Pe3yabTaThl
MpeacTaBieHbl B Ta0I. 4.

Takum 06pa3oM, MakCUMaJlbHasl CTEeTIeHb SKCTPaKIMKM OeH-
3osa 1 aTuiioeH3ona (97,7 u 100% cooTBETCTBEHHO) AOCTUTAETCS
MpY CAEAYIOIIMX ONTUMATbHBIX YCIOBUSIX Mapoda3zHOro M3Bje-
yeHUsT: Temrieparypa Harpesa JIPIT — tuttoc 80 °C, Bpemst aKcmo-
3unun — 40 MUH. YBeJIMYeHUe YYBCTBUTEJIBHOCTH Mapoga3Horo
aHaJIM3a OCTUTHYTO MTOBBIIIICHUEM TeMIIepaTyphl CUCTEMBI B TIPO-
1iecce YCTaHOBJICHHUST PABHOBECHSI, BMECTE C TeM IPU SKCITO3ULINH
20—30 MuH HabOmoancs pa3dopoc pe3yabraToB. Bo3MOXHO, 3TO
CBSI3aHO C TeM, YTO BPEMEHU I YCTAHOBJICHUS B M30TepMUYE-
CKUX YCJIOBUSIX (Da30BOr0 paBHOBECHSI HEIOCTATOYHO, BCIICACTBUE
Yero MOJTHOTa SKCTPAKIIMK aHAJTUTOB CHIKaeTcst 1o 70—80%.

Bauanue evicasusarowux acenmoé na noanomy useaevenus
benzoaa u smusbensoaa u3z oopaszyoe 600vt. J1ns noBbIIEHUS 3D~
(EeKTUBHOCTU MOJHOTHI U3BJIEYEHUS OEH30J1a U STUI0EH30Ja U3
Mpo6 BOIBI UCITOIH30BAIM METO BRICATTMBAHUS LIS aJIbHEMIIIe-
ro xpomartorpaduyeckoro omnpeneneHus [19]. B skcnepumeHnTe
ToKa3aHa BO3MOXHOCTh KOJTMYECTBEHHOTO M3BJIeUeHUsT OeH30I1a
M 3TUJI0EH30/1a U3 BOAHBIX Cpell ¢ MIPMMEHEHUEM BbICaIMBalO-
mux areHToB. [1py BEIGOpE BHICAIMBAIOIIETO areHTa IIPUMEHSIITN
COJIM IIEJIOYHBIX METAJJIOB Pa3IMYHOM MAacCHI: cyJabdaT HaTpus
(Na,S0,), cynbdar maraus (MgSO,), U3MEeHSIM OUara3oH BO-
nopoaHoro nokazaress (pH). Crioco6oM «BBeAeHO — HaiineHO»

YCTaHaBJIMBAJIU MTPaBUILHOCTD UCCIIEAOBAHUI U TTOJTHOTY U3BJIC-
YEeHUsI OPraHMYECKUX COCTMHEHU U3 BOAHBIX CPEl ¢ UCTOIb30-
BaHMEM CTaHAAPTHBIX 00pa31oB (TabJI. 5).

MakcumanbHast creneHb (100%) sKcTpakiMu OpraHuye-
CKHUX COEAMHEHWII M3 06pa3loB BOOHBIX cpen MeTomoM APIID
nmocturHyTa ipu temreparype JPIT muioc 80 °C u BpemeHu Ha-
rpeBa npoObl 40 MyuH. B KauecTBe BbhICAJIMBAIOLIETO areHTa IpU-
MEeHsUIU cyJibdat HaTpus (2 ') 1JIs1 yaajaeHUsT BOAbI U MOBBILLIEHUST
YYBCTBUTEJIBbHOCTHY MapodazHoro aHainu3za. [locie yctaHoBIeHUS
Mek(a30BOro paBHOBECHs HarpeBaHUEM 00paslia BOJbl B 1032~
TOpE PAaBHOBECHOTO Mapa BITIOJHSIIN Fa30XpoMaTorpaduiecKuit
aHaJIM3 MMapora3oBoil (asbl, pazneaeHre OPraHuYeCKNX COemr-
HEeHUI Ha KalTWJUIIPHOU KOJIOHKE, MASHTU(MUKAITUIO BEIIIECTB T10
Macc-CITeKTpaM U KOJUYECTBEHHOE OMpeIe/ICHUE 110 U3BJICYEH-
HbIM MOHaM.

Ycranosienue npenena oonapyxenns (LOD)
W npejena KomuecTseHnoro onpeneienus (LOQ)
KOHIIEHTPAMHK 0eH30J1a U 3THJI0EH30/1a B MPOOAX BOIbI

OlneHKa METPOJIOTMYECKMX MOoKa3aTeseil METONUKYU BBITOJ-
HeHa coriacHo TpeboBaHusM 'OCT P MCO 5725—-2002 «Tou-
HOCTb METOIOB M DPEe3yJIbTaTOB M3MepeHUil» (OlleHKa IToKa3a-
Teseld TOUHOCTH, MPABUIBHOCTU, MPELIM3UOHHOCTH METOIUKU
aHaJli3a) B YCJIOBUSIX JJabopaTopuu.

Ipouenypa Bamunanuu nposeaeHa cormacio OMC.1.1.0012.15,

[Ipenen obHapyxeHus (LOD) — MUHMMaIbHOE KOJUYECTBO
aHaJIM3UPYeMOTO BelllecTBa B obOpasiie, KOTOPOE MOXKET OBITh

1 ODC.1.1.0012.15 Banupauust aHATUTHIECKUX METOIUK.
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Iloka3zaTem KauecTBa pe3yIbTATOB AHAIM3A
Indicators of quality of analysis results

Ta6nuua 6 / Table 6

IToka3zatenn IToka3zaTenb NPOMEKYTOYHOI | PSS —————
Bemectso | uanason usMepenuii, mr/am> TOBTOPSIEMOCTH THpeHU3HOHHOCTH Tokasarem, % ]3[ P
Substance Measurement range mg/dm3 Repeatability index Intermediate precision index l'lpaBl(lJ]bHOICTl/l, ¢ easurement error
’ % % Correctness index, % +6,%
0Oy 70 Og, /0
Benzon 0.0005—0.05 11.2 15.3 12.7 39
Benzene 0.05-0.1 8.6 13.6 7.6 32
0.1-0.15 8.1 6.6 6.1 14
DTHII6EH30]1 0.0005—0.05 16.1 15.4 13.1 39
Ethylbenzene 0.05-0.1 10.2 11.8 8.3 28
0.1-0.15 8.2 6.2 7.8 14

Pe3yabTaThl BAIMAAMI METOIUKH ONPeiesieHnst 6eH30.1a i 3THI0EH30.1a B IPO0aX BOIbI
Results of validation of the method for determining benzene and ethylbenzene in water samples

Ta6auua 7 / Table 7

ITapameTp BamMIAMN METOIUKH

ApomaTiyecKue yrieBoiopobi
Aromatic hydrocarbons

Validation method parameter Benson DTHI0EH30.1
Benzene Ethylbenzene
1. JluneitHocTsb / Linearity (n = 5) 0.0005—0.15 0.0005—-0.15
Huana3oH, mr/am? / Range, mg/dm?
2. OrHocutenbHOE cpenHekBanapatuyeckoe oTkioHeHne (CKO), % / Relative standard deviation (RMS), % 11.87 11.55
3. Koadduumenr koppensiiuu R? / Correlation coefficient R? 0.99647 0.99817
4. TlonHora skctpakiuu / Extraction completeness (n = 5)
Hcrnonb3yeMast KoHIIeHTpaIus, Mr/om? / Concentration used, mg/dm? 0.044 0.044
DddekTrBHOCTD 3KCTpakLmu, % / Extraction efficiency, % 97.7 100
5. Wcnonb3yemast KOHLeHTpalust, Mr/aM® / Concentration used, mg/dm? 0.015 0.014
Db dexTrBHOCTL dKCTpakLmu, % / Extraction efficiency, % 100 100
CTabuiIbHOCTD B TeueHue CyToK  TeopeTuueckoe 3HaueHue, Mr/am* / Theoretical value, mg/dm? 0.0035 0.0035
KOHIIEHTpaLuu i
66H3H0ﬂa patt dur1r51g the day HW3mepeHHoe 3HaueHue, Mr/am® / Measured value, mg/dm? 0.0033 0.0034
n=
g E'Omg6emona IToka3zaTesib BOCIIPOM3BOIUMOCTH (TIPELM3UOHHOCTD), % CV 13.8 12.21
,ﬂ_ Reproducibility index (Precision), % CV
Stability of benzene
and ethylbenzene [Tokazatenb moBTOpsieMocTH, % / Repeatability index, % 10.9 10.9
concentration in water
IMoka3zaTesnb nmpaBuwibHOCTH, % / Correctness index, % 22.6 17.8
TouHocTb, % / Accuracy, % 27.0 27.0
7 nHeit / days Teopernueckoe 3HaueHne, Mr/om?® / Theoretical value, mg/dm? 0.0035 0.0035
n=3 WsmepeHHOe 3HaueHue, Mr/am® / Measured value, mg/dm? 0.0018 0.0016
TToka3zaTesib BOCIIPOM3BOAUMOCTH (MPELU3UOHHOCTD), % CV 11 12
Reproducibility index (Precision), % CV
TToka3zaTesb moBTOpsieMocTy, % / Repeatability index, % 8 7
IMoka3aTesb npaBuibHOCTH, % / Correctness index, % 11 14
TouHocTb, % / Accuracy, % 21 21
CrabuIbHOCTh KOHIICHTpaluu OeH3ona  TeopeTndyeckoe 3HaueHue, Mr/am* / Theoretical value, mg/dm? 0.0035 0.0035
M 3TUJIOEH30J1a B BOJIe TIPU 3aMOPO3Ke
B Teuenue 30 THel (I,; = 2) P M3mepeHHoe 3HaYeHMe, Mr/aM? / Measured value, mg/dm? 0.0033 0.0029
npnt .T.eMnepaType mmHyc 20 °C IMoka3zaTesib BOCIIPOM3BOAUMOCTH (TIPELM3UOHHOCTL), % CV 2.35 3.23
Stability of benzene and ethylbenzene Reproducibility index (Precision), % CV
concentration in water during freezing
for 30 days (n =5) att =—20 °C IMoka3zaTesb moBTOpsieMocTH, % / Repeatability index, % 2.84 2.98
Iokazatesp npaBuabHOCTH, % / Correctness index, % 13.24 15.23
Tounoctb, % / Accuracy, % 16.72 14.03
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00HapyXeHo (ITpu 3TOM He 00513aTeIbHO JOJKHO OBITh OIpese-
JIEHO TOYHOE 3HAYeHHE), PACCUMTAaH TeopeTniecku. HammeHb-
11ee KOJIMYecTBO BeliecTBa B oopasie (LOQ), koropoe MoXeT
OBITb KOJJMUYECTBEHHO OTpeIeIeHO ¢ TpeOyeMolt TpaBUILHOCTBIO
U BHYTPUJIAOOPATOPHOH (TIPOMEXYTOYHOI) MPEIIU3BMOHHOCTBIO,
OLICHEHO C MCITOJIb30BAaHUEM BaJTUAUPYEMOI METOIUKH.

[Mpenen obHapyxenus (LOD) ycraHOBieH MyTéM aHaiu3a
00pa3loB, He CoAepXKallrX aHATU3UPYEMOTO BELLECTBa, B AECS-
TH TIOBTOPEHMSIX C TIOCISIYIONTUM BBIYMCICHUEM CTaHAapTHOTO
otkiioHeHus. [lomyyenHoe 3Hauenue LOD mig 6eH30ma cocTa-
Bwio 0,000002 mr/om3, mast aTrn6enrsona 0,000003 mr/omvs.

Hnsa pacuéra npenena KoauuecTBeHHoro onpeneaeHus LOQ
WCTIONB30BAIM TaHHBIE, MTOIyYeHHbIE TTPU OIIEHKe TIpernesia 00-
HapyXeHus1. 3aTeM pacCYUTHIBAIU IECATUKPATHOE CTAaHIAPTHOE
OTKJIOHEHUE CPENHero 3HAYeHWs] caMOil HW3KON KOHIIEHTpa-
LU C YIOBJIETBOPUTEIBHBIM YPOBHEM MPaBUIBHOCTU U JOCTO-
BepHocTu. Haumenrblee konuuectBo (LOQ) ompeneneHo mist
6en3osa Ha ypoBHE Ci, = 0,000006 mMr/am®, s aTuiaOeH301a
Ciim = 0,000009 mr/mm3.

QOuenxa cmenenu pazopoca mexcoy cepueii uzmepenuii, noay-
YEHHBIX U3 HeCKOAbKUX NPO6 00HOU u moil jce 00HOPOOHOU npoobL.
VYcraHaBnuBaiM MokKa3aTelu KauyecTBa DEe3yJbTaTOB aHaIM3a:
TOYHOCTh (TIPaBWJIBHOCTh W TIPEIIM3NOHHOCTh), CHUCTEMaTHYe-
CKYIO TIOTPELIHOCTh J1abopaTopuu, MoKa3aTesid MOBTOPSIEMOCTH
M MIPOMEXYTOYHOI BHYTPHJIAGOPATOPHOI MPEIIM3NOHHOCTH B CO-
orBerctBuu ¢ TOCT P UCO 5725—1—6 [ist OLIEHKM TIPELIU3UOH-
HOCTU METOIWKHU. Pe3ynbTaThl u3MepeHuii puBeeHbI B TA0I. 6.

DKCITepUMEHTAITLHO TTOTyYeHHbIe TaHHBIE OLIEHEHBI 110 KPU-
tepusim ['pab6ca, Koxpena u pacnpenenenuio CteioneHTa. Pac-
CYMTAHHBIC 3HAYEHMSI METPOJIOTUIECKUX XapaKTePUCTUK METO-
JIVKY He TIPEBHIIIATN KPUTUUECKUX (TaOIMYHBIX) 3HAYEHUH, 4TO
CBUIETEIbCTBYET O MIPUEMJIEMOCTH TOJYYEHHBIX PE3YJIbTATOB.

‘YeTaHoB/IeHHE CTAOWILHOCTH Pe3y/IbTATOB H3MepeHHil
MPU BAIMAAUNH METOINKH

BeimonHeHo wWccenoBaHue CTaOMJILHOCTH PE3YJbTaTOB W3-
MEpeHUIi CTaHAapTHOTrO obpasia 6eH30y1a U STWIOEH30J1a C KOH-
LIeHTpaleit Ha cpenHeM ypoBHe auarna3oHa (C = 0,0035 mr/om?).
[Ipy pa3nmMYHBIX YCIOBMSX XpaHeHMS (TeMmrieparypa Immoc 4 °C
u MuHyc 20 °C) B Te4eHUe OIHOTO JHS, CEMU JHEH, YeThIpHAAIIA-
TH THEW TIPOBOAMIIN MSATUKPATHBINM aHAJIM3 CTAHIAPTHBIX 00pa3-
1I0B (I1Ba TTapayIeJIbHBIX 3Mepenusi). [1py pa3nmyHbIX yCIoBuUsIX
XpaHEHUS yCTaHABIMBAJIM MTOKa3aTellb TOUHOCTH (%) pe3ybTaToB
n3MepeHuit. CTaHaapTHBIN oOpa3zel 6eH3051a U STUIOEH301a CUM-

OpurvHanbHas cratbst

TaId CTaOWIbHBIM, €CJIM TMOTPEeLIHOCTh U3MEPEHUN HE TPEeBbI-
mana * 15%. Pesynbrarhl BaIumaluyd METOIUKM TIPEICTABIEHEI
B Tab1. 7.

[TpobGa Boabl cO CTaHAAPTHBIM PACTBOPOM OEH30J1a U 3TUJI-
6eH3oja (cM. Taba. 7) HecTaOMIIbHA B TEYCHUE CYTOK IPU TEM-
neparype mnoc 4 °C ¢ OTHOCHTEIbHOM MOrpelrHocThio + 27%
it 6eH3oma u atwibeH3ona. [Ipu Temmeparype muHyc 20 °C
KOHIIEHTpaly 0eH30j1a U 3TUJIOEH30J1a CTaHIAapTHOro obpasila
He U3MeHsI0TCsl B TeueHue 30 gHeil ¢ OTHOCUTEIBbHOM morpel-
HOCTBIO U151 6eH3oa 17%, mist sTunbeHzona — 14%.

Oocyxkaenue

Paspaborana coBpemMeHHas XpOMaTO-MacC-CIIEKTPOMETPH-
yeckasl MeToJAMKa orpezeeHus 0eH30J1a U 3TUI0eH301a B Mpo-
6ax BOIBI, 00Jlagaroniasi BBICOKON YyBCTBUTEIBHOCTBIO, TOUHO-
CThIO, DKCIPECCHOCTBIO U HalEXHOCTHIO. CTelneHb 3KCTPaKIUU
¢ TIpUMEHEHMEM TIpeIaraeMoro crocoba IMOATOTOBKM TPOOBI
BOIBI K XUMUIECKOMY aHAIN3y OeH30J1a U 3TUI0EH30j1a COCTa-
Buta 100%.

OnTuMaibHBIE YCIOBUS MIOATOTOBKK TTPOOKI BOIBI K XMMUYE-
CKOMY aHau3y 0eH30J1a U 3TWI0eH30J1a, UCITOJIb30BaHUE KaTWJI-
JIIPHOM ra3oBoit XxpoMaTorpaduu ¢ Macc-CreKTpOMeTpUIYECKUM
IETEKTUPOBAaHMEM M METOJA aHallu3a PAaBHOBECHON ITapoBOI
(asbl MO3BOIMIN ONPEISTUTh CoAepKaHue OeH30/1a U 3TUI0EH-
30J1a Ha ypoBHe 0,0005 Mr/mm?3.

Meronuka ormpeneiaeHUs OeH301a W 3TWIOEH30JIa B IPO-
0ax BOAbl Ha OCHOBE ra3oBOii Xpomarorpacduu obOecrieynBacT
YYBCTBUTEJIBHOCTh, COOTBETCTBYIOLIYI0 TpeboBaHusIM CanlluH
1.2.3685-21.

3aKioueHue

Pa3paboTtanHas MeToaMKa onpeaesieHrst 6eH3071a U 3TUI0EH-
30J1a B TUTHEBOM BOJE C MUCITOIb30BAHMEM Ia30BOIM XpoMaTOrpa-
uu (Macc-CrieKTpoOMeTpUM M aHajdu3a PaBHOBECHON MapoBOit
(hasbl) obecrnieyrBaeT JOCTUXKEHUE HOPMATUBOB KOHTPOJIS Kaue-
CTBa BOJBI U MOXET OBITh UCIIOJIb30BaHa B ITpakThKe Pocrmorped-
Haazopa.

PaspaboTtaHHast MeTOIVKA TTO3BOJIUIIA TIOATBEPIUTD HATMYKE
OeH301a 1 3TUI0eH30J1a B MPo0ax MUTheBOM BOJbI, OTOOPAHHBIX
U3 BOJOIPOBOAHOro KpaHa (n = 20), B Auana3oHe KOHLIEHTpa-
umii g 6ensona 0,0005—0,00066 mr/om?, mist oTUIGeH301a —
menee 0,0005 mr/om?.
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