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IpennoxeHa MeToaUKA OTIpeIe/IeHUS TIPUOPUTETHBIX IMTOTUIUKINIECKIX apOMaTUIECKUX YTIIEBOIOPOIOB
(ITAY) B Boae MEeTOI0OM ra3oBoii XxpoMaTorpaduu—TaHIeMHOI Macc-CIIeKTpoMeTpun. MeToarKa oTanda-
€TCsI OT U3BECTHBIX HU3KMM YpPOBHeM Iipeaeia onpeaeiaceHus 0.1—1.0 Hr/a u BHyTpmi1abopaTopHOIL IIpelu-
3MOHHOCTBIO 15—20%. ITpocTyio 1 OBICTPYIO MOATOTOBKY P00 — OJHOKPATHYIO oKcTpakuuio ITAY u-rex-
caHoM (06beM 1po6s! 0.1 11, KoadduuneHT KoHLeHTpupoBaHus 102—10%) — erko peaans3oBath B cepuii-
HOM aHajiu3e MPU MOHUTOPUHIOBBIX MCCiemoBaHUsIX. [IpsAMOIl aHaJIM3 SKCTPAKTOB YCTpPaHSIET PUCK
notepb jJerkojerydux [TAY. Kpome Toro, mpemmylnecTBaMu METOOUKU SIBJISIIOTCSI HEOOJIbIINE OOBEMEI
sKcTpareHTa (1 MJI) 1 COOTBETCTBEHHO OPTaHUYECKOTO PACTBOPUTEJIS JJISI €r0 MOCenyIolei YyTUIN3aluu.
Metonnka anpobupoBaHa Impu MoHuTopuHTe ITAY B Bomax o3epa baiikai, ero mpuToKoB 1 aHAIN3€ aTMO-
c(pepHBIX 0CAIKOB Ha TOPOJACKUX U (POHOBBIX TEPPUTOPUSIX.

Kiouesnble cioBa: I1AY, ciienoBblil ypoBeHb KOHIICHTPALIMIA, XpOMaTO-MacC-CIIEKTpoMeTpHsi, 03epo baiika.
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IMonuuuknnueckre apoMaTuyeckue yrieBoaopo-
IBI IOCTYNAIOT B OKPYXAIOLLYyI0 CPeNy B Pe3yabTare
HEIOJIHOTO CrOpaHusl OPraHMYeCKUX BEIeCTB, pa3-
JIMBOB HedTU NpU ee noOblue, TPaHCTIOPTUPOBKE U
nepepabotke. K orimmuurenpHBIM cBoiicTBaM [1IAY
OTHOCSIT YCTOMYMBOCTb U, KaK CJIEACTBUE, COXpaHe-
HY€ B TIPUPOAHBIX OOBbEKTAX B TEUEHUE IIUTEIHLHOTO
BpeMeHHU, THAPOPOOHOCTh U COPOIIMIO HA YaCTHUIIAX
B3BEILIEHHOTO BEIIIECTBA B BOJIE UJIM HA YacTUIIAX aT-
MochepHOro a3po30Jisl; TOKCUYHOCTh, MyTareHHOCTb
U KaHILIEPOT€HHOCTb, C KOTOPBIMU CBSI3bIBAIOT OMO-
Joruyeckoe neiicteue ITAY Ha XuByl0 Tpupomy u
3m10poBbe yenoBeka [1]. [Noauuukanyeckue apoma-
TUYECKUE YIJIEBOMOPO/bl BCTPEYAIOTCS BO BCEX TUIIAX
BOI, BKiTtoueHbI CTOKTOIbMCKOM KOHBeH1IMel (2001 T.)
B PSii CTOMKUX OpPraHWYECKUX 3arpsi3HSIIOIINUX Be-
mectB (CO3). ATeHTCTBOM I10 OXpaHe OKpyKalollei
cpensl CHIA (EPA) mist cuctembl KoHTpoJist [TAY B
MPUPOIHBIX OO0BEKTAaX B KayeCTBE IPUOPUTETHBIX
BbIOpaHbl 16 coenunenuii [2], EBponeiickoii Komuc-
cueii EC — 8 apenosB [3]. B Poccuu B BOGHBIX OOBEK-
TaX XO3sCTBEHHO-TIUThEBOTO U KYJIbTYPHO-ObITOBO-
ro BOJOI0JIb30BaHUsl, B TUThEBOI BOJAE HOPMUPYET-
Csl OTHO COEAWHEHNE 3TOTO Kjacca — O6eH3[a|mupeH,
KOTOPBII paccMaTpuBaeTcsl Kak Mapkep npyrux [TAY
[4, 5].

B Bone TTAY omnpenenstor meromamu BOXKX mmm
xpomaTo-macc-cunekrpomerpuu (I'X—MC). B 3aBu-
CUMOCTH OT CJIOXKHOCTU OpPraHUYeCKOi MaTpuIlbl
aHaJIM3UPyeMbIX 00pa31l0B U YPOBHS Colep>KaHUS B
aux [TAY paspaboraHbI pa3nuIHbBIe CITOCOOBI TTOATO-
ToBKM npo0. [llupoko npumensiemsbiii Meton US EPA
3510c ocHOBaH Ha O0TOOpPE P06 00BeMOM 1 J1, XU~
KOCTHO—KMIKOCTHOM 3KcTpakumm [TAY B xiopn-
CTBII METUJIEH UK H-TeKcaH. [Tocienytolime ctanuu
MOJATOTOBKY MPOO — KOHLIEHTPUPOBAHUE SKCTPAKTOB
MOJi BAKYyMOM WJIM B TOKE a30Ta, BblAEIEHUE Y3KOM
dpakiuu ITAY metonmom xpomaTorpacdum — xapak-
TepU3YIOTCS TOTEHLUAIbHBIM PUCKOM IOTEPb JIer-
KUX apE€HOB U HEIKOHOMMYHBI B CBSI3U C HEOOXOAM-
MOCTBIO YTUJIM3ALIMU OOJIbIIIMX 00BbEMOM OpraHuYe-
ckux pactBopureneit [6—9]. [IpumeHeHe MeTOIOB
TBepAOda3HOI SKCTPAKIIMY U Pa3TNYHbIX BADUAHTOB
MUKPOIKCTPaKIIMY B paMKax MorckKa 3(p(PeKTUBHBIX,
OBICTPBIX Y HAJEXHBIX CIIOCOOOB MOATOTOBKU TTPOO
JlaeT BO3MOXHOCTb MPOBOANUTH aHAIN3 C MUHUMAJTb-
HbIM 00beMOM TTpob (0T 2 1o 50 Mu1) ¥ mpeaesaMu 0o6-
HapyxeHus ot 0.1 mo 60 ur/a [10—15], ogHako oHU
HE HallUIW IIIMPOKOTO MPUMEHEHUSI B CEpUIAHOM aHa-
Jiuze, cyasl Mo JaHHBIM MOHUTOPMHTOBBIX UCCIIEN0-
BaHUI OpraHMYECKUX MUKPO3arpsi3HEHU B BOAHbBIX
sKocuctemax [7—9, 16].

580



OINNPEAEJIEHUE IMMPUOPUTETHDLIX IMMTOJINLUKINYECKNX 581

duzuko-xumuueckue cpoiictBa ITAY u3 mpuo-
PUTETHOTO psifa (B YACTHOCTU, UX JISTYYECTh U pac-
TBOPUMOCTD B BOJZI€) BapbUPYIOTCS B IIIMPOKUX ITUA-
MMa30Hax, YTO HEOOXOAMMO YYUTHIBATh KaK B METOIO-
JIOTUM MX KOHTPOJSI B BOIHBIX O0OBEKTAX, TaK U MPU
BBIOOpE ONTUMAJIBbHBIX YCIIOBHM IOATOTOBKM IIPOO
I aHanu3a. Beicokast ruapodoOHOCTh BHICOKOMO-
JIEKYJISIPHBIX ToMoj10roB [1IAY o06ycioBiuBaeT MUHM-
MaJIbHBIIA YpOBEHb UX CoAep>kKaHUSI B BOAHOM (aze
M3-3a acCOLMAllMM C YacTHIIaMU B3BEIICHHOIO Be-
IIECTBA 1 IIepexo/ia B JOHHBIE OTJIOXKEHMS BOOOESMOB,
B TO BpeMs KaK BO (ppakiiuy apeHOB, IPUCYTCTBYIO-
II1X B BOJE, JOMUHUPYIOT HU3KOMOJIEKYJISIpDHBIE TO-
Mosord (HadTaJluHbI), MMEIOIINE MaKCUMAaIbHYIO
pacTBOpMMOCTh B Boie. B Bomoemax, pacIiojIoXKeH-
HBIX B YMCTBIX palioHaX, YPOBEHB 3arpsI3HEHUS — PO-
HOBHIN. Hampumep, B o3epe baiikan comepxkaHue
HadTaauHoB gocturaet 7.0—20 Hr/j, 4To HUXKE, YeM
mpeaebl UX OIpeAeeHUs, YCTAaHOBJICHHBIE B HOP-
MAaTMBHBIX JOKYMEHTaX rOCyIapCTBEHHOTO KOOI~
YeCKOIro KOHTPOJIS.

ITo meronuke IMTHJI @ 14.1:2:4.70-96 [17] ¢ ipu-
MeHeHneM MeToga BOXKX ¢ diyopeclieHTHEIM Je-
TeKTUPOBaHUEM KOHTPOJIb HadTainHa, (hJyopaHTe-
Ha ¥ NpPeHa B IPUPOIHBIX Y TIMThEBBIX BOJAX BO3MO-
XKEH IIpU UX COIAepXaHMU B IIPOOE BBIIIC, YEM
20 Hr/n, a B ciayyae aneHadTeHa, (hayopeHa 1 heHaH-
TpeHa — 6 Hr/a. B metonuke P 52.44.590-2016 [18]
npenen onpeneneHuss OeH3[a]mupeHa, OeH3[g,h,i]me-
pwieHa u mubOeH3[a,h]aHTpalleHa B HOBEPXHOCTHBIX
BOJIaX U aTMOC(EpPHBIX ocagkax coctasisieT 0.5 Hr/,
IUISI apeHOB, MMEIONINX YETBIPE—IISITh LIMKJIOB B
cTpykType, — 1.0 Hr/a. B paMkax MexXayHapOZHOTO
cragmapra ISO 17993:2002 [19] onpeneneHue B 1mo-
BEPXHOCTHOM M NMUTbEBOI Bomax 15 IMPUOPUTETHHIX
ITAY, B ToM uyncite HapTaIMHOB, BO3MOXHO C HIXK-
Hell TpaHUIIei nuara3oHa OIIpeacsseMBIX ComepKa-
Hui (¢,) 10 Hr/m.

CrnenyeT OTMETUTh, YTO METOAUKHU C IIPUMEHCHM -
eMm MeTona BOXKX orimmyaroTcss HU3KMM YPOBHEM TOY-
HOCTH pe3yJIbTaToB onpeneneHus IAY (6 = 45—-65%,
o0beM mpoOnl 1 11, comepxanue IIAY or 20 mo
5000 ur/n [17, 18]). Takue xapaKTepUCTUKU METOIUK
CBsI3aHBI, OYEBUIHO, C IPUMEHEHHUEM KOJIOHOK C 00-
pallieHHO-(ha30BbIMU COPOEHTaAMM JUISI pa3feieHUsI
ITAY, xpomaTtorpacdmsd Ha KOTOPBIX MpeamnoJaraeT
CMEHY pacTBOpUTEIIsI (3KCTpareHTa, Kak ITpaBUIIO,
H-TeKCcaHa) B oOpa3lie, BBOOIUMOM B XxpoMaTorpad, Ha
MOJISIPHBIA OpTaHMYECKUN MOOU(PUKATOP HOABIIK-
HOM (ha3bl (MeTaHOJI, alleTOHUTpuI). CTagus CMeHBbI
pacTBOpHUTEIsI BHOCUT, MO-BUIVMMOMY, 3HAYMMBIN
BKJIaJ, B CYMMAapHYIO ITIOTPEIIHOCTb OIIpeNe/IcHUs,
YYUTHIBask OTCYTCTBHE BHYTPEHHMX CTaHIApTOB Ha
ctaauu usmepeHus. Bkitodyenue B metonuku [20, 21]
meTtona 'X—MC cHusuo ¢, ipuoputeTHoix [TAY no
10 Hr/n (ITOBEpPXHOCTHBIE BOJbI) U ITOBBICWJIO TOY-
HOCTb U3MepeHus (0 = 25%).
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CHuxeHue ¢, ITAY nyrem yBenuuyeHusi oobema
aHAM3UPYEMBbIX MPOO TPAKTUYECKU HepeaTn3yeMo
MPU MOHUTOPUHTE BOAHBIX OOBEKTOB C OOJBIIMMU
oO6beMaMI BOIHBIX Macc (B 03. baitkan pasmep BoI-
Horo Tena nocturaeT 23000 kv?), Tak Kak TpeOyeTcs
OTOOp M aHAIM3 CTAaTUCTHMYECKU 3HAYMMOTO YMCia
1mpo06 Oonbimux oobeMoB. s onpenenenus I1AY B
BOIHBIX 00BEKTaX C POHOBBIM YPOBHEM 3aTrpsiI3HEHUS
HEOOXOMMMBI HOBBIC aHAIMTUIECKHE PEIIeHUST, KO-
TOpbIe MOTYT OBITh BKJIIOYEHBI B COBPEMEHHBIC CH-
creMbl MoHuTOpUHTa CO3.

Ilens HacTostEeit paboThl — pa3paboTKa METOIU-
K1 onpenencHus mnpuoputetHeix I[TAY B Bome Ha
YPOBHE CJI€IOBbIX KOHLIEHTpALMii METOJIOM Ia30BOM
xpoMmartorpacuu—TaHIEeMHONW MacC-CIeKTpOMETPpUHr
(I'X—MC/MC) u ee ampobanus IIpyu MOHUTOPUHTE
CO3 B yHUKaNbHOM BOAHOM 3KocucTeMe 03. baiikai,
OTJIMYAIOLIEHCS YUCTOTOM CBOMX BOJIL.

BKCINEPUMEHTAJIbHAA YACTb

Marepuajsl u peareHTbl. [IpoObI BOabI B ejiarua-
Jiu 03. baiikai, mpudpexxHoit 30He 1 B ero MpuTOKax,
B IOBEPXHOCTHOM MUKPOCJIOE€ OTOMpPAIU B XO/Ie IKC-
neauuuii BecHoii u oceHblo 2017 r. IIpoObl BoOabI
BEPXHETO BOMTHOTO CJIOST (TOPU30HT 5 M) OTOMpPATH C
IIOMOIIBIO KacceTHOro IipoboordbopHuka SBE-32
(CarouselWaterSampler, Sea-BirdElectronics). Ha
KaXXI0M CTaHIIMU OTOUpaIU JIBE MPOOBLI B CTEKISTH-
HbIe OYTBUIM eMK. 1 JI, K KoTopbiM mo0aBisumm 0.5 Mt
1 M BomHoro pactBopa asuga Hatpusi (MERCK,
0C. 4.) B KaueCTBe KOHCEpBaHTa. byThlu ¢ BOJOM 3a-
KPBbIBAJIM KPBILIKOM C MPOKJIAAKOMN 13 aTIOMUHUEBOM
doiibru u xpaHwiu npu +5°C go aHanu3a B Jlabopa-
Topuu. I1po6sr Bomsl niputokoB FKOxHoro baiikama
(yCThsl peK, Maii u ceHTs10pb 2017 T.), pedHOIi BOObI
(p. AHrapa B Ipeaesiax ropoJICKOM TEppUTOPUN, CEH-
Ts106pb 2017 1., MapT 2018 r.) oTOUpaIN B CTEKJISTHHBIE
OyTBUIH €MK. 1 JI 1 JOCTaBIsUIM B J1A0OPATOPUIO IS
aHanm3a. [Ipo6s1 aTMOchepHBIX OCATKOB OTOMpPAIU B
CTEKJISTHHbIE CTaKaHbI B TapKOBOIi 30He T. MpKyTcKa:
noxxab B Mae 2018 1., cBeXXeBBITIaBIIMIT CHET B JeKab-
pe 2017 r. B mabopaTopuy CHeET Tasijl, 3aTeM aHAJIM3U-
poBaJIM CHETOBYIO BoAy. IIpoObI MOBEPXHOCTHOIO
MUKPOCJIOSI OTOMpanu mo Metoguke [22].

[1poOn1 6aiikaabCKOM U peYHOI BOABI, aTMOCHep-
HBIX OCaJKOB aHAIM3UPOBAIU 6e3 (UIBTPOBAHUSI.
TTAY skcrparuposanu #-rekcanom (KPUOXPOM®,
copT 1), KOTOPHIH TepEeTOHSUIN TIepea aHaJIUu30M Hal
KOH. Cynbdar Hatpust (HEBAPEAKTHUB®, x. u.)
npokanuBaau mpu 600°C B TeueHue 6 4.

Xpomarorpaduyeckuid aHamu3. [[J1s1 onpeneacHUs
npuoputeTHbIX [TAY B Boge B MEpHYIO KOJOy €MK.
100 MIT OTOMpPATN ATUKBOTY IPOOBI U TOOABIISIIIN CYP-
poraTHbIi BHYTpeHHUU cTaHmapT B 0.5 mMi alieToHa.
BHyTpeHHUIT cTaHaApT cCoaepKayl CMeCh eidTepupo-
BaHHbIX [TAY (1o 10 Hr kaxnoro): HadTaaMH-dg,
anieHadTeH-d;,, dbeHaHTpeH-d;,, Xxpu3eH-d,, Tepu-
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JieH-d,, (Supelco, CIIIA). PacTBop BCTpsixuBaiu 1
BBIAEPKMBAJIM TP KOMHATHOI TeMmepaType B Teue-
Hue He MeHee 30 MUH, 3aTeM H00aBJIsLId 1 MJT H-TeKca-
Ha, CMeCh SHEPIMYHO BCTPSIXUBAJIM B TeUeHUE 3—5 MUH
M OCTaBJISIJIN IO MOJIHOTO paccioeHus da3. Bepxuuit
CJIOf H-TeKCaHa MEePEeHOCWIU B MPOOUPKY DHIEeH-
mopda odobemoMm 2.0 My, HoOaBIsIM Oe3BOTHBIN
Na,SO,, BcTpsixuBaiu u ueHtpudyruposaiu. Hago-
CaZIOYHYIO KUIKOCTh MIEPEHOCUIN BO (DJIAKOH aBTOI0-
3aTopa XpoMaTo-Macc-CIieKTpoMeTpa. /st onpenee-
HUST BBICOKOMONEKYIISIpHBIX TTAY, mpucyrcTByIommx
Ha ypoBHe cienoB (=0.1 Hr/m), 3KCTpaKThl KOHIIEH-
TPUPOBAJIM B TOKE aproHa Bo (p1aKkoHe aBTomo3aTopa
XpoMaTo-Macc-cnekKTpoMeTpa 1o oobema ~0.1 M.

IMoaroroBiaeHHbIE OOpa3ibl aHAIUM3WPOBAIU Ha
xpomato-macc-crnekrpomeTpe Agilent Technologies
7890B GC System 7000C GC-MS Triple Quad c ka-
nuuIsApHoii kononkoit OPTIMA® 17 MS Macherey-
Nagel (30 M X 0.25 MM X 0.25 MKM) B pexXrMe IIpO-
rpaMMUPOBaHUS TeMIlepaTypbl KojioHKU: 50°C B Te-
yenue 0.5 muH, 3aTeM HarpeB oT 50 1o 310°C co cko-
pocTbio 20 rpan/MUH C HOCIEIYIOIMM BbIIEPXBAHT -
eM ripu 310°C B TeueHune 15—20 MUH (B 3aBUCUMOCTHU OT
KoH(puUrypauum xpomarorpada: c/0e3 o00paTHOI
npoayBku). Temneparypa no3zaropa 280°C, Temrepa-
Typa uctouHuka 230°C, sHeprust nonusauuu 70 3B.
O6pazel] BBOOWIY B KOJIOHKY XpoMaTorpada B peskume
0e3 JeseHus 1oToKa, oobeM ob6pasia 0.002—0.004 m.
IMuxu ITAY u BHyTpeHHMX CTaHIAPTOB PETUCTPUPO-
BaJli B peXMME MOHUTOPMHIA BBIOPAHHBIX MOHOB
(MBM) u MmoHUTOpUHTA 3aJaHHbIX peakuuii (M3P),
UIEHTU(MUIMPOBAIN 1O OTHOCUTEIBHBIM BpeMeHaM
yIep>KMBaHUsI, TOMOT€HHOCTh QHAJIUTHUYECKUX TMH-
KOB OLIEHWBAJIU MO COOTHOIIEHUIO TUIONIaAeH MUKOB
IBYX TIEPEXOIOB R = 8,5 1/Sysp-2 (TAO. 1).

KommuecTtBennoe onpenenenne ITAY. KonnmyectBo
ITAY B 11po0ax BOIBI paCCYNTHIBAIN IO METOIY BHYT-
peHHero craHgapra. XpoMmaTtorpad rpaayupoBaiu B
WHTEepBajle OXuaaeMbIX KoHLleHTpauuii ITAY B skc-
TpakTax B quarazoHe 0.05—50 ur/mu. I'pagynpoBou-
HbIe pacTBOPHI TOTOBUJIM pa30aBJIeHUEM aTTeCTOBaH-
Hoit cmecu [TAY Supelco cMmechio #H-TeKcaH—alleTOH
(1:1, mo oobemy). Conepxanue I[TAY B mpobax pac-
CUMUTBHIBAIN KaK CpeIHee 3HaUYCHUE ISl ABYX Pe3yJib-
TaTOB OIIpeNceHUs B OOHOI IIpoOe Boabl. BHyTpH-
JIabOpaTOpHYIO  IIPELM3HMOHHOCTL  OIIPEAcICHUS
ITAY oueHuBaiIM IIyTeM pacyeTa OTHOCHUTEJIbHBIX
IUCIIEPCUIA OTKJIOHEHMI ITapajUIe/IbHBIX pe3yiibTa-
TOB U3MEPEHUI OT CPENHUX 3HAYCHUI (IIpU YUCIIe
creneHeil cBoboasl He MeHee 30) [23]. OmHopon-
HOCTb IUCIIEPCHUIA IJIsl BhIIEJICHHBIX ITOATPYIIT KOH-
nentpaunii [TAY nposepstan o kpurepuio Koxpe-
Ha. [TpaBuiabHOCTh ompeneneHusi ITAY oueHuBanu
METOJOM BBeICHO—HAaiAeHO, IIPU 3TOM O00aBKY K
npobaM BOIbl BBOOWJIM B Buae pacTtBopoB ITAY B
anetoHe. YucToTy pacTBopUTesieil 1 000pynOBaHUS
OLICHMBAIN IIPOBEICHUEM XOJIOCTHIX OITLITOB. I1pu-
CyTCTBUE B H-TeKcaHe cienoB ITAY paccmarpuBanm
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KaK CHUCTeMaTUYECKYIO IOTPEITHOCTD OIIpeacIeHUS,
KOTOPYIO BbIUMTAIU 13 pe3ybTaTa aHaiau3a. [Ipenen
oOHapyxeHus: [TAY olieHMBaJIM MO COOTHOIIEHUIO
curHai/myM (S/N) = 3 Ha perucTpupyeMbIX XpoMa-
TorpaMMax.

PE3VIIBTATHI 1 X OBCYXIAEHUE

st onpenenenus npuopuTeTHeIX I1AY B Bome
MPU COIePKaHUU UHAUBUIYATIbHBIX aDEHOB HA YPOB-
HE CJIeJ0B HaMU pa3paboTaHa METOAWKA, OCHOBAaH-
Has Ha KCTPaKLMU aHATUTOB B H-TeKCaH (V06 =

= 0.1 51, ko3dPuLMeHT KoHLeHTpupoBaHus 10°—103).
HaiimeHno, 4Tto mpu mpsMoOM aHajan3e 3KCTPaKTOB,
MOJIyYeHHBIX OTHOKPATHO 3KCTpaKLIMel ¢ U3Baeye-
HUeM aHaIuToB 10 ~80%, peructpauuu mukos [TAY
MmetonoM ' X—MC-MBMU c cootHomrenuem S/N = 10
BO3MOXHA MTPU COIEPXKAHUMU 1IeJIeBBIX KOMIIOHEHTOB
He MeHee yeM 1.0 Hr/1, HampuMep, IIpy aHaJIN3e 9KC-
TpaKTOB Oaiikaiabckoil Boabl (puc. la). Ilpu comep-
xkaHuu [TAY B Boae Ha 60Jiee HUBKOM YPOBHE BhICOTA
MMUKOB AHAJIMTUYECKUX U (MJIM) ITOATBEPKIAIOIINX
MOHOB COIIOCTaBMMa C YpoBHeM ¢oHa (Hampumep,
JUTSI TMKOB alleHadTuiIeHa, alieHagTeHa, puc. 1a) u,
Kak CJIEICTBUE, HANEXXHOCTb MACHTU(PUKALINY ITUKOB
I[TAY cHmXaeTcsT WIM OHM HE PETUCTPUPYIOTCS C
S/N > 3 (nuku noHoB ITAY ¢ m/z 252, 276 u 278).
N3-3a HamoxeHuss nukoB ITAY u Memarmomux
KOMIIOHEHTOB 3KCTpaKTa Pe3yJIbTaThl OIpeIeICHUS
MOTYT OBITh 3aBBILLIEHBI, HAIIPUMED, JJIs aHTpalieHa 1
aneHadTHIeHA 10 TpeX pa3. VIcKiIrouyeHrueM SIBIsSIeTCS
UK NUPEHa, PEeTUCTPUPYEMBIil IIpU COAep>KaHUM B
npo6e ~0.4 Hr/J, OYeBUIHO, BCICACTBUE OTCYTCTBUS
¢doHa Ha macc-pomarorpamme mpu m/z 202.

Taxk Kak KOHLIEHTPUPOBaHUE SKCTPAKTA COMPOBOK-
JIaeTCSI POCTOM HE TOJIbKO MHTEHCUBHOCTU aHAJINTU -
YeCKMX ITMKOB, HO U ¢OHA, aHATIU3 CKOHIIEHTPUPO-
BaHHBIX o0Opa3loB metonoM I'X-MC-MBUW Head-
¢deKTUBEeH B paMKax HalleXKHOCTU MACHTU(MUKALIN 1
TogHOCTH onpeneneHusa. Ilpumenenue metoma I'X—
MC/MC ¢ neTeKTUpOBaHUEM aHATUTUYECKUX ITMKOB
B pexmme M3P pemaer mpo0OiieMy HaaesKHOCTU
UIEeHTU(UKALIMYU U CHUXKAET ¢,,. BBIOOp COOTBETCTBY-
IOIIMX TIEPEXOI0B 0OecIeunBaeT MPakKTUIECKOe OT-
cyTcTBHE (pOHA U TOMOT€HHOCTh ITUKOB, IJISI KOTO-
peix 1o naHHBIM [ X—MC-MBMU 3nauenue S/N < 10
(puc. 16).

Hns BBICOKOMOJICKYJISIPHBIX TT1AY (psn
OeH3[a]aHTpalieH—OeH3[a|MUpeH) CHUXXEHUE YpPOB-
HsI oIpeneieHNsI JOCTUTHYTO IIyTeM KOHIIEHTPUPO-
BaHUS 9KCTPAKTOB 10 oobeMa ~ 0.1 mit (puc. 1B). I1o-
Ka3aHO, YTO CTagusl KOHLIEHTPUPOBAHUS HE IPUBO-
IUT K 3HAYMMBIM IIOTEPSIM aHAJIMTOB U CHIDKEHUIO
TOYHOCTU MX ompeneieHus. [Ipy Takom BapuaHTe
MOATrOTOBKU IPOOKI onpeneeHde 0eH3[a]mupeHa Ha
ypoBHe 0.1 Hr/n coorBercTByeT 0.02 ITJIK, ycTaHOB-
JIEHHOU TSI TTUThEBOM BOJIBI.
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'X—MC-MBHA [ X-MC/MC-M3P
KommoneHT aHa.HI/ITI:I— HoATBEpKIA- Tepexobl BpeMst SHepris
1/;{(:}(:12 IOLLIMIA UOH, m/Z M3P-1 M3P-2 BBIAEPKKM, MC|coynapeHuii, B
I[IpuopurerHeie [TAY
Hadrammu 128 129, 127 128—128 | 128—102 10 20
2-MeTtuiHadTaIMH 142 141, 115 142—141 141—115 10 20
1-MetumHadTanua 142 141, 115 142—141 141—-115 10 20
AueHabTUIeH 152 151, 76 152—152 | 152—126 10 30
AtteHadTeH 154 153, 152 154—153 152—151 10 30
Dnyopen 166 165, 82 166—165 | 165—163 10 20
deHaHTpeH 178 176, 179 178—178 178—152 10 25
AHTpaleH 178 176, 179 178—178 178—152 10 25
dayopaHTeH 202 200, 203 202—202 | 202—201 10 15
IMupen 202 200, 203 202—202 | 202—201 10 15
Bens[a]anTpauen 228 226, 229 228—228 | 228—226 10 20
XpuseH 228 226, 229 228—228 | 228—226 10 20
Bens|b]dpayopanTen 252 253,126 252—252 | 252—250 10 35
Bens[k]dbayopanten 252 253,126 252—252 | 252—250 10 35
Bens[e|nupen 252 250, 125 252—252 | 252—250 10 35
Bens[a]mupen 252 253, 126 252—252 | 252—250 10 35
[Mepunen 252 250, 125 252—252 | 252—250 10 35
WNupenol1,2,3-c,d|mupen 276 138, 278 2765276 | 276—274 10 30
Bens|[g,h,ijnepuien 276 138, 274 276—276 | 276—274 10 30
Hwu6eHs[a,h]anTpaneH 278 139, 279 278—278 | 278—276 10 30
CypporaTHble BHYTPEHHIE CTAaHOAPTHI
Hadranun-dg 136 137, 108 136—136 128—108 10 20
AueHadreH-d g 164 162, 160 164—162 | 162—160 10 20
®enanTpeH-dy 188 189, 184 188—188 | 188—160 10 25
XpuzeH-d, 240 236, 241 240236 | 240240 10 30
Iepunen-d,, 264 260, 132 264—260 | 264—264 10 35
JKYPHAJI AHAIMTUYECKOU XUMUU Ttom 74 Ne8 2019
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Puc. 1. Macc-dparmeHTOrpaMMBbI 9KCTPAKTOB 0aiiKabCKOU BOIBI, TToMydyeHHbIe B pexkumax MBU (a) u M3P (0, B). [Tuku
KOMIMOHEHTOB (Hr/n): I — HadranuH (14), 2 — 2-metwnHadTanuH (19), 3 — 1-merunHadTanux (11), 4 — aueHadrunex (1.1),
5 — aneHadreH (1.2), 6 — dayope (3.9), 7— denantpeH (5.3), § — antpaueH (0.23), 9 — dayopanten (2.1), 10— nupen (0.76),
11 — 6ens|alaaTpauen (0.41), 12 — xpuzen (0.58), 13 — 6ens[b]dayopanten (0.25), 14 — 6ens[k]dayopanten (0.15), 15 —
6ens|e|mupen (0.12), 16 — 6ens|a|nupen, 17 — nepuneH, I8 — nubens|a,hlanrpanen, /9 — uaneno|1,2,3-c,d|mupen, 20 —
6eH3[g,h,ijnepuieH (KOHLIEHTpALIMX KOMIIOHEHTOB /6—20 HUXe mpejielia onpenejieHus ). Macc-CreKTpoMeTpUYeCKUe Tapa-
METPBI PETUCTPAIIMY AaHATTUTUIECKUX MMKOB B pexkumax MBU u M3P nipusenens B Tabon. 1.

B cniygae nHadranmmHoB, (peHaHTpEeHA, (pIyopaHTe-
Ha U ITMpeHa KOHLIEHTPHUPOBaHME SKCTpaKTa CHUXKa-
€T TOYHOCTb pe3yjbTaTa OMNpeleSICHUSI BCJIEICTBUE
noteps Jetyuux ITAY u HakoruieHus1 B oOpaslie aHa-
JIMTOB, MPUCYTCTBYIOIINX B DKCTpareHTe Ha YpOBHE
cienoB. Ilo aToit mpuuMHEe B METOAUKE TIpeaoKeH
CITOCO0 IIPSIMOTO aHaIM3a 3KCTpakToB 1 CH omnpee-
JISIETCSI YMCTOTOM MCIIOIB3yEMOI0 3KCTpareHra, a
Takke O0beM aJIMKBOTBEI IIPOOLI HE MIPEBHIIIACT
100 M1 1 00BEM BKCTpareHTa 1 Mi1. YBeaudeHue o0b-
ema IIpoOnI Boasl (mo 1 11 OoJjiee) M ee MHOTOKpaTHAasI
9KCTPaKIUs OOJIBIIMM OOBEMOM 3KCTpareHrta (IIo
60 MJ1 11 ©oJTee) ¢ TToCIeIYIOIIMM KOHLIEHTPUPOBaH -
€M DKCTpaKTa He IPUBOAUT K CHMXKCHMIO IIpeaesia
onpeneyieHusT naHHou rpynmnbl [TAY ¢ tpeGyemoii
TOYHOCTBIO OIpeaeICHUSI.

OrpaHUYeHHOE YMCJIO MEIIAIOIIMX U COMMYTCTBY-
IOIIMX KOMIIOHEHTOB B BKCTpaKTax MpoO BOJIbI C 3a-
rpsi3HEHEM Ha (DOHOBOM YPOBHE 1a€T BO3MOXHOCTh
perucTpupoBatb NUKU [TAY, TOMUHUPYIOIIMX B BbI-
JIeJICHHBIX (ppaKLUsIX, 3a KOPOTKUI XpoMaTorpadpu-
yeCcKMii UK — 1o 17 muH (puc. la, 10). s onpene-
JIEHUsSI BBICOKOMOJEKYJISIpHBIX [TAY, B ToM umcie
OeH3[a]mmpeHa, HEOOXOIMMO yBeIWJYECHNE BpeMEHU
xpomaTtorpacduu n1o 30 MuH (puc. 1B).

KYPHAJI AHAJIMTUYECKOW XUMUWU

Jns xpomaTorpadupoBaHUS SKCTPAKTOB MPEII0-
>xeHa kosoHka Optima® 17 ms ¢ da3zoii cpenHeii no-
nspHocTH (50% perna—>50% MeTUIOMUCUIOKCAH),
Ha KOTOpoIli mocturaetcs pasaeieHue Bcex IIAY us
npuopuTeTHOTO psama (puc. 2). OmHako pecypc maH-
HBIX KOJIOHOK orpaHu4deH (~1000 o6pas31oB), 1 11ocjie
€ro OKOHYAaHUS pa3pelieHrne NUukoB OeH3[b]dmayo-
panTeHa n O0eH3[k]dmyopaHnTeHa cHIKaeTcs. Pasne-
JIeHre BblIeAeHHBbIX (ppakuuit [TAY Ha KojoHKax ¢
¢dazamu Huskoi nojspHoctu (HP-5 ms, DB-5 ms,
Rxi-5 Sil ms) [7-9, 11, 12, 14, 15, 24] otnuyaercs
OJIM3KUMM BpeMeHaMU YASPKUBaHMS y TIap apeHOB:
deHaHTpeH — aHTpalleH, OeH3[a]aHTpalleH — Xpu-
3eH, OeH3[b]dmyopanTeH — OeH3[k]pmyopanTeH m
nHaeHo[1,2,3-c,dJmupen — nubeH3[a,h]anTpaieH.
Paznenenue mpuoputeTHbix [TAY Ha cnenumanusu-
pOBaHHBIX KOJIOHKax, Hampumep KomoHke HT-8
SGE Inc. ¢ kapbopaHoBoii (a30ii, UCITOIb3yeMO
IpU OIIPEACICHUN XJIOPOPTaHWYECKUX 3arps3HUTE-
JIei, Xapakrtepusyercd pasneiieHneM Bcex I1AY, 3a
UcKIoYeHneM oeH3|[b]dayopanteH u 6eH3[k]dayo-
paHTEH, MMCIOIIMX paBHbIC BpeMeHa YICPKUBaHMSI.

PaspaboranHas meTogmka ampoOMpoBaHa TIpH
aHaym3e MpoO BoabI 03. baiikani, xapakTepu3yommx-
cs CJIEOOBBIM ypOBHEM KoHILeHTpauui ITAY, a Tak-
Xe TIpo0, OTINYAIOIIMXCS 00JIee BEICOKMM CcoAepKa-
Ne 8
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Puc. 2. Macc-¢pparMeHTOrpaMMBl TPagyMpOBOYHOIO pacTBopa aTrecToBaHHOU cMecu ITAY ¢ koHueHTpauueit 10 Hr/mi
(20 iT/MIMK) KaXXI0Tro KOMIIOHEHTA, MoJlydeHHbIe B pexkuMe MBU: 1 — HadranuH, 2 — 2-MetwHadbTanmH, 3 — 1-metuinHad-
TaJIuH, 4 — anleHaTWIeH, 5 — alieHadTeH, 6 — diyopeH, 7 — deHaHTpeH, & — aHTpaleH, 9 — ¢uyopanrteH, /0 — nupeH, 11 —
6eH3[alanTpaleH, /2 — xpuseH, 13 — 6eHs[b]dayopanreH, /4 — 6ens[k]dayopanrteH, 15 — 6ens[e|nupeH, 16 — 6eH3[a]nupeH,
17 — nepuneH, 18 — muoens|a,hlantpauen, /19 — uanenol1,2,3-c,d|mupen, 20 — 6ens|g,h,i|meprien.

Ta6auna 2. Pe3ynbrathl (Hr/1) onpeneieHus: [TAY B BonHbIX o6pa3uax

PaiioHn or6opa npo6 l:/;)%o 2I1AY %;IéaiT;JlI_I[/I:S/I; bens[a]nupeH

[Nemarnane o3. baiikan, 5 M, IeHTpaJIbHBIE TOYKU 9 9.3—40 5.5—17 (47-79) <0.1

B TPeX KOTJIOBHHAX

IIpubGpexHas 30Ha, 1. JIuctBauka, 100 M ot 6Gepera 8 18—220* 12—130 (58—68) <0.1
IMpuroku IOxHoro Baiikana 6 7.3-20 1.1-4.6 (15—40) <0.1
[ToBepXHOCTHBII BOIHBIN MUKpocoit 03. baiikar, 12 90—290 70—260 (78—89) 0.2—-0.5
I0JKHas KOTJIOBUHA

p. AHrapa B yepte I. MpkyTcka 2 36—95 28—75 (75) <0.1
CBexXeBBINABIIMI CHET B ITapKOBOIi 30He T. MpkyTcka 2 410-610 210—220 (34-55) 0.2—4.1
Hoxnpb B mapkoBoii 30He T. MpkyTcKa 2 340—-420 63—150 (18—37) 1.7-5.8

* MakcumaJibHble KOHIeHTpanuu [TAY oO0HapykeHBI B Ipobax, COOpaHHBIX B IEPUO BECEHHETO TasgHUS JIba U CHera.

HHEM apeHOB (Tab. 2): 06pa3Libl BOIbI IIPUOPEXHOI
30HBI 03epa; MPOObI BOJBI, COOPAaHHBIC B IIEPUOJ Be-
CEHHEro TasiHUS JibJla U CHera; MpoObl TTOBEPXHOCT-
HOT'0 BOJJHOTO MUKPOCJIOS, B KOTOPOM aKKyMYJIUpY-
1oTcs [TAY, octynatoiue u3 atMochepbl; 00pasiibl
aTMoc(hepHBIX OCAJIKOB B rOpoACcKoii 30He. O6pa3iibl
0CaJIKOB OTJMYAJIMCh BBICOKMM COJEP>KaHUEM CyM-
Mbl [TAY (EITAY) — 1o 600 Hr/1, KaueCTBEHHBIM CO-
CTaBOM apeHOB (IIPUCYTCTBOBaJIM WHIeHO[1,2,3-
c,d|nupeH, 6eHs|[g,h,ijnepunen u 6exHs[a]mupen).

ITo pesynbTaTtam anpodaiuy METOIMKU ¢,, HaTa-
JuHOB coctaBwia 1.0 Hr/n, npuoputeTHbIX [TAY ¢
m/z 152, 154, 166, 178 n 202 — 0.2 Hr/J1, BLICOKOMO-
nekyisipHbiX [TAY — 0.1 Hr/a. OueHkKa ImpaBUIBHO-
CTU orpeneieHus (Taba. 3) Iokasajia OTCYTCTBUE
3HAYMMOM CHUCTEMAaTUYECKOM ITOTPeIIHOCTH, BHYT-
pritabopaTopHas MPEeIM3NOHHOCTh (Gg) COCTaBUIIA
15—20% nns nunauBuayanbHbIX [TAY.

KYPHAJl AHAJIUTUYECKOU XUMUHUU  Tom 74

Ne 8

VYcTaHOBIEHO, YTO MpeajioKeHHas METOIuKa
MOATOTOBKU IIPOO JIETKO peajn3yeTcs B CEpPUITHOM
aHaM3e¢ IIPM MOHMTOPUHIOBBIX MCCICAOBAHUSIX.
IIpsimoit aHaIM3 SKCTPAKTOB YCTPAHSIET PUCK ITOTEPh
nerkonetrydnx [TAY, MUHMMaIBLHBII 00BEM BDKCTpa-
rerTa (1 MJT) coKpalaeT pacxo OpraHM4eCKOro pac-
TBOPUTEJISI U €70 OOBEMBI IS TTOCIEAYIOIIEH YTUIIM -
3auun. OO0bEeM BOIBI, TpeOyeMBbIil IJIsI IIPOBEACHUS
aHanm3a, He npeBbimaeT 0.1 1 1 maeT BO3BMOXKXHOCTD
KOHTPOJIUPOBATh conepkanue [TAY B KpynmHBIX BOA-
HBIX 00BEKTaX C OTOOPOM CTATUCTUYECKU 3HAYMMOIO
yuciia Ipo0, a TaKKe MPOBOAUTH UCCICIOBAHMS, IIPUA
KOTOPBIX 00BeM OTOMpPAEeMBIX ITPOO BOIBI OTpaHUYCH
(MOBEPXHOCTHHIN MUKPOCJIOI, aTMOCGhepHbIE Oca-
KU, IPOOBI U3 OTIAJICHHBIX Y TPYAHOAOCTYITHBIX paii-
oHoB). [IpumeHeHue meroga [ X—MC/MC cooTtBeT-
CTByeT HopMaM EBporieiickoro 3aKkoHOAaTeIbCTBA 10

2019
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Taoauuna 3. OrieHKa MpaBUIbHOCTH ofipeneneHust [TAY B Bone mpuGpexHoii 30HbI baitkana (1. JINCTBEHHUYHOE) METO-

oM BBeneHo—HalineHo (P = 0.95)

ConepxaHue BeeneHo, HT Haiineno, Hr/ma (n = 2) Ho6aBka, HT
T1AY B IIpo0e BOMHI,
Hr/a (n = 4) | 11 1 1 | 1I

Hadrammu 1.9+£0.3 2.8 1.4 4.7+0.7 3.6+0.5 2.8+04 1.6 £0.2
2-MetunHadbTaauH 0.34 £ 0.05 2.2 1.1 25+04 1.6 £0.2 2.2+0.3 1.3+0.2
1-MeTtunHadTaTuH 0.25 £ 0.04 2.2 1.1 241+04 1.5+0.2 2.24+0.3 1.2+0.2
AlleHadTUIEH 0.23 £0.03 2.5 0.57 2.7+04 0.8 £0.1 25104 |0.54%0.08
AuieHadTeH <0.2 2.6 0.59 26104 [0.63+0.09 | 2.6+04 |0.63+0.09
®nyopen 0.26 = 0.04 2.8 0.65 29+04 0.8+0.1 2.7+0.4 |0.58 £0.09
deHaHTpeH 0.7 £0.1 2.3 0.53 3.0%+0.5 1.3+£0.2 2.3+0.3 0.6 £0.1
AHTpaleH 0.20 £ 0.03 1.9 0.44 22403 [0.60+0.09 | 2.0+0.3 |0.40+£0.06
®nyopanTeH 0.40 £ 0.06 2.3 0.54 32+0.5 1.0+0.2 2.8+0.4 0.6 +0.1
IMupen <0.2 2.5 0.62 3.0+ 0.5 0.7x0.1 3.0x+0.5 0.7x0.1
Bbens[alanTpaiieH <0.1 1.6 0.36 20+04 (0.41+£0.08| 2004 |0.41+0.08
XpuseH <0.1 2.0 0.47 2.3+0.5 0.5+0.1 2.3+£0.5 0.5+0.1
bens[b]dayopanten 0.10 £0.02 2.3 0.54 2.7%+0.5 0.6 £0.1 2.6+0.5 0.5+0.1
bens[k]dayopanten*®

Bens[e]nupen 0.20 £ 0.04 0.92 0.22 1.2£0.2 [{0.39+0.08| 1.0x£0.2 |0.19+0.04
Bens[a]mupen <0.1 0.87 0.21 09+0.2 |0.28+0.06| 09+0.2 |0.28£0.06
[Mepunen <0.1 0.77 0.20 0.8x0.2 |0.22£0.04| 0.8+0.2 |0.22£0.04
HNupenol1,2,3-c,d]nupen <0.1 0.67 0.22 0.7x0.1 ]0.23+£0.05| 0.7x£0.1 |0.23+0.05
Bens|g,h,ijmepunen <0.1 0.84 0.20 09+0.2 |0.24+0.05| 09+0.2 |0.24+£0.05
Hwu6eHs[a,h]anTpaneH <0.1 0.80 0.20 0.8+0.2 (024005 0.8£0.2 |0.24+0.05

* CymmapHoe conepxxaHue 6eH3[b]dayopanTeHa u 6eHs[k]dayopanreHa.

BBITTOTHEHUIO XUMWUYECKUX aHATM30B 1 TIPEICTaBIIC-
HUS pe3yabTaToB [25].

Hccnedosanue binoaneno 6 pamkax eocyoapcmeeH-
Hoeo 3adanus Munucmepcmea HAYKU U vicuie2o 00pa-
306anusi PO (npoexm No 0345—2016—0008, Ne zoc.
pee. AAAA-A16-116122110065-4) na obopydosanuu
npuboOpHO2O UeHmpa KoaleKmueHo20 HoAb308aAHUs Du-
3UKO-XUMUYEcKo20 yabmpamukpoaunasuza DPIBYH
Jlumnonoeuuecxkuii uncmumym CO PAH. Aemopbi 6bi-
pasicarom UCKpeHHIow 01a200apHOCmb COMPYOHUKAM
DI'bYH Jlumnonoeuueckuit uncmumym CO PAH c.u.c.,
k.0.n. C.M. lHluwnsunukosy u m.u.c., k.6.H. U.C. Mu-
Xxatinogy 3a nomoub 8 omoope npob 600wt ozepa baiikan
U e2o npumokos; c.u.c., k.0.1, M. 10. Cycnosoii 3a om-
60p npob 600bL NOGEPXHOCMHO20 MUKDOCAOS.
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