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Paboma nocsswena evibopy ycnosuii npogedeHuss Makpo- u MUKPOIKCMPAKYUOHHO2O U3GTEYEHIUS.
NOTUYUKTIUYECKUX APOMAMUYECKUX Yene8o00pooos (IIAY) uz eoodvr npu ee aumanuze memooom
BOJKX. H3yuaemvie napamempuvl — KOIUYECMB0 Gbicaiugamens, 006vbem U cocmas dKCmpazeHma,
gpemsi uzeneuenus. Illoxazano, umo onmumanibHulMu Oasi oboux eapuanmos seiaomcs 30 e
gvicanueamens cyivpama Hampus u 3 MuH epemsa dKcmpakyuu. Jlokazana HeobXooumocmbs
UCNONL308AHUSL CMEWAHHO20 dKCmpazenma 0ns uzenedenus [IAY uz 0bpazyoe peanrbHuix 800HbIX
00beKmoa.
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DETERMINATION OF PAH IN WATER BY HPLC ANALYSIS
Kotova V.E., Andreev Yu.A.
Hydro/chemical Institute, Rostov-on-Don, Russia
e-mail: Valentina.E.Kotova@gmail.com

Keywords: polycyclic aromatic hydrocarbons (PAH), high performance liquid chromatography
(HPLC), extraction, water.

The paper is devoted to the choice of polycyclic aromatic hydrocarbons (PAH) macro- and
microextraction conditions in water for high performance liquid chromatography analysis.
Examined parameters were salting-out agent amount, extragent composition and volume,
extraction time. It was shown, 30 g of sodium sulfate as salting-out agent and 3 min extraction were
optimal conditions for both macro- and microextraction. The necessity of mixed extragent using for
the PAH extraction from real objects samples was proved.

[Tomumukaudyeckue  apomartuueckue  yrieBogopoasl  (ITAY)  sBastorcs  00beKTOM
MPHUCTATFHOTO BHUMAHUS YK€ MHOTHE ToAbpl. B chucke Hauboliee OMACHBIX BEIIECTB,
3arpsI3HAIONINX OOBEKTHI OKpYKawmien cpenbl, [TAY cTosST Ha OJHOM M3 TMEPBBIX MECT, UYTO
O00yCIIOBJIEHO HX BBICOKOH TOKCHYHOCTBIO W KAHIIEPOTCHHOCTHIO, a TaKXKe IMOBCEMECTHBIM
pacnpocTpaHEHUEM 3a CYET MHOTOYHUCIICHHBIX MCTOYHHUKOB MOCTymiaeHus. Cpend MHOXeCTBa
COeMHEHWI dToro kimacca 16 Obuln BHIOpaHBI B KayeCTBE MPUOPUTETHBIX BEIISCTB IS
3KOJIOTHYECKOro MoHuTopuHra denepanbHbIM ATEHTCTBOM IO 0XpaHe okpy:xatomeit cpeasl CIIIA:
Hadptamun (Naph); anenadren (Ace); anenadrunen; ¢uyopen (Fl); ¢penantpen (Phe); anrpauen
(An); ¢nyopanten (Flu); mmpen (Py); Oen3zo[a]antpanen (B[a]A); xpuzen (Chry);
oenzo[b]pmyopanten  (B[b]F); Oenzo[k]dbayopanten (B[k]F); Oenszo[a]jmupen (B[a]P);
nuoen3o[a,h]anTpa-ien (DB[a,h]A); Oen3o[g,h,ijmepunen (B[gh,i]P); wunaeno[1,2,3-cd]mupen
(In[cd]P) [1].

Conepxanne [TAY B paznuyHbIX 00BEKTaX OKPY’KAIOMIEH Cpeabl HOPMUPYETCS U MOJICHKHT
KOHTpOJ0. 714 HEKOTOphIX BemiecTB M3 rpynnbl [IAY ycTaHOBIEHBI MpeAebHO IOMYCTUMbIE
koHuenrpauuu (IIJK) B pasneix tumax Bom: 10 MKI‘/,Z[M3 mist Naph u 5 Hr/am° s Bl[a]P B
NUTHEBOM Boje; 10 MKF/I[M3 st Naph u 10 HF/,I[M3 nis B[a]P B Boje X03iiCTBEHHO-IIUTHEBOI'O U
KyJIbTYpPHO-OBITOBOrO BOJOMONB30BaHUA M 4 MKr/aM® s Naph B BoJe BOAHBIX OOBEKTOB
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pBIOOX035HCTBEHHOTO 3HaueHus [2—4]. ben3o[a|mupeHy BO Bcex MEpeUHSIX HOPMATHBOB MPUCBOCH
1 kJacc onacHoOCTH.

Omnpenenenne [TAY B Boje mpeacTaBisieT OO0 CIOXKHYIO aHAIUTHIECKYIO 3a1ady. Tak Kak
ornenbHble [TAY B pa3HON cTenmeHW MPOSBIAIOT KaHIEPOTCHHBbIE M MyTareHHbIE CBOWCTBA,
CTaHOBUTCS HEOOXOIUMBIM ONPEEICHUE KOHUEHTPALUU Ka)/J0ro BellecTBa U3 3TOHM TpYyIIbI, a
Huskue 3HaueHus [1JIK TpeOyroT ncmonb30BaHus TOTBKO BHICOKOUYBCTBUTENIBHBIX U CETIEKTUBHBIX
XpomaTorpapuueckux METOJ0B aHaIH3a.

Haubonee mpocTsIM M AOCTYMHBIM CIIOCOOOM H3BIICUYCHHUS AHAIUTOB U3 BOJBI SBISETCS
9KCTpaKIUsl OPTaHUYECKUMU pacTBOpUTENsIMU. PaznuyaroT nBa crioco0a ee MpoBeleHus: Makpo- U
MUKPOIKCTPAKIMOHHBIN. [ TaBHBIMH OTIMYUSAMU MHKPOIKCTPAKIIUHN OT OoJiee paclpoCTpaHEHHOU B
MPaKTUKE TPUMEHEHHUS MaKPOIKCTPAKIIUU SBIAIOTCS: HU3kuid (B 10-20 pa3) pacxoa OpraHmuecKoro
pPacTBOPUTENS, 32 CYET YEro MEHee MPOJIOJDKUTEIIEHOE KOHIICHTPUPOBAHUE SKCTPAKTOB MO3BOJISET
COKpAaTUTh MOTEPHU JIETKOJIETyUYHUX OIpPEAENsEeMbIX BELIECTB, a TAaK)KE CHUKCHHE MEIAIOLIEro
BJIMSTHUSI COOKCTPATUPYIOLIUXCS COSTUHEHUH.

Hens maHHOrO WuCCiIENOBaHMS — BHIOOP ONTUMANIbHBIX YCJIOBUH MPOBEIEHUS MaKpo- U
MUKPOIKCTpakuuu ansi u3BnedeHus [IAY npu aHammse BOABl METOAOM BBICOKOI(h(EKTHBHOU
XKuUAKocTHOM xpomaTtorpaduu (BOXKX).

B pabote nmpumensiiu oOpasusl nHauBuayansHbix [TAY (Supelco, CIIIA) ¢ copepxkanuem
ocHoBHOro BemectBa 97,5-99,9 %. B kauecTBe pacTBOpUTENEeH HCIOJIB30BAIM T'e€KCaH, alleTOH,
METHJICHXJIOPUJ OTEYECTBEHHOTO MPOU3BOJACTBA TMOCJIE€ OYHMCTKH JBYKPAaTHOH TEPErOoHKOM;
aneroHuTpu st BOXKX 1 M300KTaH UMIIOPTHOTO MPOM3BOJICTBA 0€3 IOMOJHUTEILHON OYMCTKH.
Paznenenne MeTOIOM KOJIOHOYHOW XpoOMaTOrpa(uul BBIMONHSIIA C TMOMOIIBI0 MHKPOKOJIOHKH
(0,4 cm x 20 cm) Ha cunmkarene mapku Davisil (Sigma-Aldrich, CIIIA), Grade 635, 60-100 mer,
pasmep nop 60 A. Xpomatorpaduueckuii aHanM3 BBIMONHSIM HA KUIKOCTHOM XpomaTorpade
Agilent  Technologies 1260  Infinity  (Agilent = Technologies,  I'epmanus)  co
CHEKTPO(IyOpPUMETPUYECKUM JETEKTOpOM, aHanutuueckas koimoHka ZORBAX Eclipse PAH
(0,4 cm x 18 cm). KoHLeHTpUpOBaHHE SKCTPAKTOB BBINOJHSIM B POTallMOHHOM ucnapurene RVE
(IKA, T'epmanwmst). s momydeHuss BOABI BBICOKOM CTENEHU YUCTOTHI HMCTOJIB30BAIA CHUCTEMY
Simplicity (Merck Millipore, ®@panrus).

OO6mas cxema aHanu3a BOJABI 3aKJIIOUAETCS B JBYKPATHOM OJKCTPAKIIMOHHOM W3BJICUECHUU
AQHAJIUTOB OPraHMYECKMMHU PACTBOPUTENSIMU B MPUCYTCTBUU BBICAJIMBATENS, KOHIIEHTPUPOBAHUH B
pOTAllMOHHOM  HWcHapurtene, BbiaeneHuu  (Ppakmuun  [TAY  meTomoM  MHKPOKOJIOHOYHOU
xpomarorpaduu [5—7], 3aMeHe pacTBOpPHUTENS U MOCIeayomeM onpeaenaenun merogom B2XKX co
CHEKTPODITyOPUMETPHUICCKUM JETEKTOPOM [5].

Jns Kaxaoro M3 CHocoOOB AKCTPAKIUH HU3yYalIM CIEAYIOINIME YCIOBHS: KOJIUYECTBO
BbICAJIUBATENs, OOBEM W COCTaB HKCTpareHTa, BpeMsl u3BledeHus. VccrneaoBaHus MPOBOIMIIH,
BappUpysl IOCJIEOBATEIBbHO OJUH M3 [apaMeTpOB M OLICHHWBAs HAWJIEHHbIE MAacCOBBIE
koHieHtpanuu [TAY u3 o0pa3ioB BOJI U CTETICHHU U3BJICUYCHHS IJ1s1 P00 ¢ J0OaBKaMHU.

B kauecTBe BbIcamuBaTeNsl UCIOJIB30BAIM CyNb(haT HATPHUS C pa3HOM J00aBiIsieMoil B poly
maccoit: Or, 10r, 20r, 301, 40r m 50r. B kauyecTtBe SKCTpareHTa MNPUMEHSUIM TEKCaH A
MaKpodKCTpakimu odbemMom 10 ev’, 20 em’, 30 em’, 40 cM® 1 50 cM’; I MHKPOSKCTPAKIHH —
lem?, 2em’, 3em’, 4o’ u 5 v’ [l BbIOOpa BpemeHu u3BiedeHus [TAY u3 Boawl mpoBeneHO
JKCTparupoBaHue B TeueHHe | MuH, 2 MuH, 3 MUH U 5 MuH. OIEHUBaHUE H3y4YaeMBIX CTEIEHEU
W3BJICUYECHUS] MPOBOJWIIA METOJIOM «BBEAECHO-HaWaeHO» mo cMmecsaMm [IAY ¢ pa3HbIMH MacCOBBIMHU
KOHIICHTPALMSIMHU OIpesesieMbIX BemlecTB (g HadranuHa u OeH3o0[a]nmupeHa KOHIEHTapIHUU
ObuTH Ha ypoBHe ux [1J1K).

Pe3ynbpTaThl SKCIIEpUMEHTATBHOTO dTana padoTkl (Tabin. 1 u 2) mpencTaBieHsl A HadTaTuHA
Kak HauOosiee JieTydero coenuaenus rpynmsl [TAY u 6en3o[a]nmupena — Haubosee KaHIEPOreHHOTO
npeactasutens [TAY.

JIis MaKpOSKCTPaKIMOHHOTO croco0a W3BJICYEHMsI BBIOPAHBI CIEAYIONIME ONTHUMAaJbHbIE
ycnoBus: 30 r BblcanmuBartensl CyibdaTa HaTpus, IByKpaTHoe wu3Biedenue 30 oM’ JKCTparcHTa
reKkcaHa, Bpems 3KcTpakuuu 3 MuH. [Ipy JaHHBIX yCIIOBUSIX MOJyYEHHBIE CTENEHH H3BICUECHUS
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cocraBuwmu ot 55 (Naph) mo 91 % (In[cd]P), mns cymmaphuoit koHrneHTpanuu 15 [TAY morydeno
cienytoiiee: BBeeHo — 180 Hr/zLM3; HaiineHo — 150 HF/,Z[M3.

Jii  MUKPOSKCTPAKIMOHHOTO CIOco0a M3BJICUCHHS OMNpEIeNieHbl Te K€ ONTHMalbHbIC
3HAYEHUS BBICAIIMBATENS U BPEMEHHU U3BJICUEHUs. Takxke JUis MUKPOIKCTPAKIIUU YCTAHOBJICHO, YTO
Ipu nepBoi FKcTpakuu u3Bnekaercs 10 80 % IIAY oT BHECEHHOro KOJIMYECTBa, a MPU BTOPOM —
20 %. C 1enpi0 SKOHOMHH JKCTpareHTa M COKpalleHUs OOIIero o0beMa IKCTPaKTa MPeasoKeHO
npoBoxuTh m3BIeueHHe ITAY mopmmsmu 4 cm® i 2 cM® rexcaHa. B pa3spaGOTaHHBIX yCIOBHSX
crenenn u3BieueHus coctaBmid oT 51 (Naph) mo 91 % (Flu), nns cymmapHOi KOHIEHTpaluu
15 TIAY nonydeso cieyioliee: BBeneHO — 180 ur/aM’; HaiineHo — 138 Hr/av’.

Ta6ua. 1. Crenenu uzpnedenust [IAY s pa3HbIX yCIOBUN NMPOBEAECHHS MaKpPOIKCTPAKLIMOHHOIO
cnioco6a u3Bneuenus (n = 4; P =0,95)

Bemecrtso | Crenenb u3pnedenus, %
MIPU Macce BhICATUBATEIIS
Or 10r 20r 30r 40T 50r
Naph 18 20 21 29 32 27
B[a]P 47 53 54 66 53 58
npu oObeMe TreKcaHa
10 cm’ 20 cm’ 30 cm’ 40 cm’ 50 cm’
Naph 37 41 46 45 47
B[a]P 72 73 77 68 67
MIPU BPEMEHU DKCTPAKIIUU
1 Mmuna 2 MUH 3 MuH 4 MuH 5 MuH
Naph 20 46 55 55 55
B[a]P 66 68 73 76 79

Tabua. 2. Crenenn uzBnedenus 11AY nns pasHbIX yclI0BHH NPOBEAECHHUS MHUKPOIKCTPAKLMOHHOIO
cnioco0a u3Bnedenus (n =4; P =0,95)

BemectsBo \ Crenenp n3BJieueHu, %
MIPU Macce BhICATUBATEIIS
Or 10r 20r 30r 40 50r
Naph 13 20 19 33 32 33
B[a]P 59 63 63 77 75 71
npu oObeMe TreKcaHa
lem | 2em® | 3cem | dem | Sem | 10cem

Naph 14 26 25 31 32 30
B[a]P 22 44 50 63 66 62

TIPY BPEMEHU IKCTPAKIIHH

1 muH 2 MHUH 3 MuH 5 MuH

Naph 39 45 51 55
B[a]P 54 60 63 61

Amnpobanusi SKCTpaKIMK TEKCAaHOM pealbHBIX Tpo0 Boabl pek PocToBckoit obmactu
(comeprkamx 3HAYUTEITHFHOE KOJMYECTBO B3BEIICHHBIX BEIIECTB) MOKAa3aaa OTHOCUTEIHHO BHICOKOE
conepxanue ynerkux [TAY (ot Naph no Py) mo cpaBHEHHIO ¢ TSIKEIBIMH MPEACTABUTEISAMU (OT
Bl[a]JA nmo In[cd]P). [Tockombky pactBopuMocTh [IAY B BOAe yMeHBIAeTCs C YBEIUYCHHEM
MOJICKYJISIPHON MaccChl, @ ©X COpOIHs, HA00OPOT, C YBEIUUCHHUEM MOJICKYJSIPHONW Macchl pacTeT (3a
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cuer Oosbmed TuaAPoPOOHOCTH), a TAaK)KE, YUUTHIBAS, YTO B PEATHHBIX BOIAHBIX OOBEKTaX BCEra
IPUCYTCTBYIOT B3BEIICHHBIE BEIIECTBA, KOTOPHIE CHOCOOHBI cOpOMpoBaTh pacTBOpeHHble [TAY,
CcTaja OYEBHMJIHA HEOOXOIMMOCTH HCIIOIB30BAHUS JIOMOJHHUTEIBHOTO PACTBOPUTENSI B COCTaBE
JKCTpareHTa, CHocoOHOro Ooyee TOJHO U3BIEKAaTh COPOMPOBAHHBIE AHANMTHI, YAaCTUYHO
CMEIIMBAIOIIECTOCS ¢ BOJIOW M O0Jiee MOJIIPHOTO TI0 CBOMM CBOMCTBaM. J[JIs 3TOW IenH K TeKCaHy
00BN METUIICHXJIOPU U M300KTaH, Kak 3TO OBbLJIO YCTAaHOBIIEHO aBTOpAaMU paHee AJIsi TOHHBIX
oTJIOKeHHH [7-9].

[Ipu »sKcTpakuuu BOIHBIX OOpa3loOB ¢ J00aBICHHEM CTaHAAPTHBIX pacTBOpoB I[IAY
pPa3IUYHBIMU CMECSIMH OPTaHMYECKHX pPAacTBOpUTENEH (TeKCaH; TeKCaH-METUJICHXJIOPH;, TeKCaH-
METHIICHXJIOPU-U300KTaH) MOJY4YEeHbI OJM3KKE ATl BCEX CHCTEM 3HAUCHUS CTETeHEW M3BICUCHUS.
Jns uMuTanuMu peanbHBIX OOpa3lloB M HAJIWYUS B3BEIICHHBIX BEIIECTB B OYMILECHHYIO BOIY
BHOCHJIM HABECKU MPOKAJICHHBIX TOHHBIX OTJIOKEHHUH U JOOABIISUIA CTAaHAAPTHBIE PaCTBOPHI.

AHanmM3 TPUTOTOBJICHHBIX OOpPa3IOB IOCJAE OKCTPAKIMU TPUBEICHHBIMU CMECSMU
pacTBOpUTeNel ToKa3an yBelnuueHue creneHed wus3BiedeHus [IAY yxe npu mobaBieHUH K
IKCTpareHTy MeTHIIeHXJIopruaa. TakuM o0pa3oM, Mmoka3aHa HEOOXOIMMOCTh BBEACHHS MOJISPHOTO
pacTBOPUTENS B COCTaB AKCTpareHTa AJsl yBENIWYEHHUsS cTerneHu usBieueHus [IAY u3 peanbHbIX
po0 BOJBI IPHU HAJIMYUU B HUX B3BEIICHHBIX BEMICCTB. Pe3ynbTaThl HCCIICIOBAHUS MPEACTABIICHBI
B Tabm. 3.

Ta6ua. 3. Crenenu usBnedeHus HeKoTopbix [TAY npu u3BnedeHun u3 oOpas3oOB BOJBI U BOJBI CO
B3BEIIICHHBIMU BEIIECTBAMH PA3JIMYHBIMU YKCTPAKIIMOHHBIMU CUCTEMAMHU

Crenenn uzBnedeHus1, %, A pa3IUIHBIX CUCTEM
BemectBo BOJIA BOJIa + B3BCIICHHEIC BEIIIECTBA

1* 2 3 1 2 3
Naph 34 41 43 23 33 41
Py 79 81 84 50 75 78
B[a]P 91 94 93 5 85 85
In[cd]P 92 93 91 1 92 90

* 1 — rekcaH; 2 — TeKCaH-METWJICHXJIOPU; 3 — TeéKCaH-METHICHXJIOPUI-U300KTaH

B pesynbrate paboThl 0OOCHOBAHBI ONTUMANBHBIE YCIOBUS TPOBEJACHHUS MaKpo- U
MHKPOIKCTPAKITMOHHOTO CIIOCOOOB MOATOTOBKM NPOO 1ytsi Gosiee moiaHOoro m3BnedeHus [1AY, urto
OCOOCHHO  aKTyaJbHO TIpU  KOJIMYSCTBEHHOM  OIPENCICHUH  CJICIOBBIX  KOHIIEHTpAIUn
MPUOPUTETHBIX 3arPSA3HAIONINX BEILECTB.
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