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IKCTPAKIIA AHABOANYECKUX CTEPOUAOB
BOAHO-OPTAHNYECKUMU CMECAMU
N3 '’EKCAHOBBIX PACTBOPOB

C. M. IEIIIEBY, IO. I [IOXOQHA?, A. A. ATABAJIAEB®, M. ®. 34A41]"

Y Benopycckuii 2ocydapcmeennviii ynusepcumem, np. Hesasucumocmu, 4, 220030, 2. Munck, Berapyce
?Hayuonansnas anmudonunzosasn rabopamopus, ae. Jlecnoii, 31, 223040, Munckuii paiion, Benapyce
Menmp sxcnepmus u ucnvimanuii 6 30pasooxpanenuu, nep. Tosapuweckuii, 2a, 220037, 2. Munck, Benapycn

IIpu Temmeparype (20 £ 1) °C uzyuena skcTpaxius psja anabonndeckux crepounos (1,4-anapocranuen-3,17-11oH;
170-MeTminTecToCTEPOH; 19-HOPITHOXONAHONIOH; 4-THAPOKCUTECTOCTEPOH; 4-aHapocTeH-3,17-11oH; So-anapocran-3[3,
17B-nuos; AeruaposnuaHIpoCTEPOH; KaIyCTEpOH; KI0CTe00I; MCTAHIMCHOH; METHIIIMEHOJIOH; HAHPOIIOH; TECTOCTE-
POH; BMHUTECTOCTEPOH; THOOJOH; |9-HOpaHAPOCTEeHINOH; |-MeTHIIeH-50-aHpoCTan-3(-0i-17-0H) BOJHO-OpraHuye-
CKUMH CMECSIMH M3 TE€KCAHOBBIX pPacTBOPOB. Ha 0CHOBaHMM MOJyYEHHBIX 3KCIIEPUMEHTAIBHBIX JaHHBIX PAaCCUMTAHBI
KOHCTAHTBI pacIipeAeeHusl aHaOOINIECKUX CTEPOUI0B, KOTOPBIE OBIIIM MCIIOIb30BAHbI JJIS1 ONTUMH3ALUK CTAHAAPTHON
METOIMKH MPOOOIIOTOTOBKH B MPOIECCE OMPEIEICHUS NCCIEAYEMBIX COSINHEHUH B OMOJIOTHYECKH aKTHBHBIX 100aB-
Kax K IUIIE U CIEeIUATU3UPOBAaHHOM CIIOPTHBHOM NUTaHuK. HaiineHo, uro Hanbonee 3h(heKTUBHBIMU U CEJICKTHBHBI-
MU 9KCTPareHTaMH U3 yIIIEBOJOPOAHBIX PACTBOPOB SIBISIIOTCSA BOAHO-allE€TOHUTPUIIBHBIE CMECH, cofepakaliye oT 10 1o
20 06. % Bonsl. Pa3zpaborana SKCTpaKIMOHHASI METOMKA IPOOOTIOATOTOBKH OMOJIOTHYECKH aKTHBHBIX JI00aBOK K ITHIIIE
JUTSL TIOCJIETYFOIIETr0 ra30XpoMarorpa(puaeckoro onpeaeIeH s B HUX aHaOOJINYECKUX CTEPOHIOB C UCIIONb30BaHIEM MacC-
CIIEKTPOMETPUIECKOTO JIETEKTOpa THUIA «TPOHHON KBaApymHonby. [ MpeAToKeHHOW METOIUKH OTHOCHTEIBHOE CTaH-
JapTHOE OTKIIOHeHHE cocTariseT 10—15 %, npenen oOHapy)eHUs — 0k0j10 10 MKI/KT OMOIOTHYECKH aKTHBHBIX T00aBOK
K THIIE, YTO IT03BOJISIET HAAEKHO BBISIBISTH B HUX IPUMECH 3alPELICHHBIX aHA00INYECKUX CTEPOUJIOB.

Kntouesvte cnosa: anHaboIMIESCKUE CTEPOHIBI; OHOJIOTUYSCKH aKTHBHBIC TOOABKH K ITHIIE; SKCTPAKIINS; KOHCTAHTBI
pacrpeneeH s ; ra3oBas XpoMaro-Macc-CleKTPOMETPHSI.
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The extraction of anabolic steroids (1,4-androstadiene-3,17-dione; 170-methyltestosterone; 19-norethiocholanolo-
ne; 4-hydroxytestosterone; 4-androstene-3,17-dione; 5o-androstane-3f,17B-diol; dehydroepiandrosterone; calusterone;
clostebol; methandienone; methyldienolone; nandrolone; testosterone; epitestosterone; tibolone; 19-norandrostenedione;
1-methylene-5o-androstan-3¢-ol-17-one) by aqueous-organic mixtures from hexane solutions was studied at the tempera-
ture (20 = 1) °C. Based on the experimental data obtained, the partition ratios of anabolic steroids were calculated, which
were used to optimise the standard sample preparation procedure in the process of determining the compounds under
study in biologically active dietary supplements and specialised sports nutrition. It was found that the most effective and
selective extractants from hydrocarbon solutions are water-acetonitrile mixtures containing from 10 to 20 % by volume of
water. An extraction technique has been developed for sample preparation of biologically active dietary supplements for
subsequent gas chromatographic determination of anabolic steroids in them using a triple quadrupole mass spectrometric
detector. The proposed method is characterised by a standard deviation of 10-15 % and a detection limit about 10 pug/kg
of biologically active dietary supplements, which makes it possible to reliably determine impurities of prohibited anabolic
steroids in them.

Keywords: anabolic steroids; biologically active dictary supplements; extraction; partition ratios; gas chromatography-
mass spectrometry.

BBenenne

B nocnennue roapl B npouecce MOATOTOBKH CIIOPTCMEHOB K COPEBHOBAHMSIM 3HAUUTEIILHO BO3POCIIO HC-
TT0JT30BaHUE OMOJIOTHUECKH aKTHBHBIX 100aBoK K nute (BA /) u ceruanm3npoBaHHOTO CIIOPTUBHOTO MTHATA-
Hus1. I3BECTHBI cilydau exeqHeBHOTO ToTpedienus crioprecmeHamu 2025 pasmuyunbix BujgoB bA los [1]. On-
Hako ObII0 00HAPYKEHO, YTO MHOTHE JOOABKHU COIEPIKAT HE YKa3aHHbIC HA ITUKETKAX 3allpeIICHHbIC BELICCTRa,
npesxze Bcero aHabosnndyeckue crepouibl (AC), BEI3bIBAIOIINE ITOIOKUTENBHBIN pe3yabTaT PU TECTUPOBAHNUN
CIIOPTCMEHA Ha TPUMEHEHNE JomHHTa [2].

ComacHo mpaBmiiaM BecemupHoro antuaonuHroBoro areHTcTBa (BAJIA) crioprcMeH HeceT OTBETCTBEH-
HOCTB 32 BCE BEILIECTBA, 0OHAPYKEHHBIE B €0 OMOJIOTMYECKHX )KUAKOCTSX, BHE 3aBUCHMOCTH OT HPUPOJBI ITHX
BEIICCTB U ITYTH UX MOMaJaHus B OpraHu3M. B CBsI3H ¢ 9THM /17151 00€CTIeYeHHUs CITIOPTCMEHOB Ka4yeCTBEHHBIMU
no0aBKaMu, HE COIEPIKAITUMHU BEIIECTB, 3anmpemeHasix BAJIA, HeoOxomuMo KoHTponupoBaTh BAJIbI, mo-
CTYIAaIOUINE HAa PhIHOK [3].

B nacrosimiee BpeMsi Hanbosee pacpocTpaHEHHBIM METOIOM CKPHHUHTA MPH JOMTUHI-KOHTPOJIE SBISETCS
ra3oBasi XxpoMarorpadus B COYETaHUM C JETEKTUPOBAHUEM HA TPOHHOM KBaJpYyIMOJIHLHOM Macc-aHallu3aTope
(I'X-MC/MC).

Hanwnuawne B monekynax AC MOJSPHBIX THAPOKCO- W KETOTPYII MPUBOIUT K 3aTPYJHEHHUSIM IIPUA Ta30XPO-
Marorpaduueckom onpeaencHun AC n3-3a UX HEIOCTATOYHOH JIETY4YEeCTH M HEIOCTAaTOYHOH TEPMUUYECKON
cTaOMIIBHOCTH B yciioBuUsX [ X-aHanu3a, a Takke copOIuu Ha Xxpomarorpaduieckoii kojionke [4]. JlanHyro mpo-
OreMy OOBIYHO pemaroT myTeM aepuBarnzanui AC ¢ ncnoiab3oBaareM N-MeTriI-N-(TpUMETHICHII ) TprudTOop-
aneramuzia (MCT®A) u mpu 5TOM TIOTYYarOT MEHEee TIOJISIPHBIE U OoJiee JIeTydne U TePMUYECKH yCTONYNBEIE
TpumeTuiacuiniabHble (TMC) npon3BoaHbIE.

MCT®A KOTUYECTBEHHO pearupyeT ¢ THAPOKCOrPYIIaMH, CBSI3aHHBIMU C TIEPBUYHBIMU U BTOPHYHBIMHU
atomamu yrepoaa B AC. Ecou k MCT®A n1o6aBUTh HOAHT aMMOHHS, TO TIOTYYaETCs] TPUMETHIICHITHITHOIU,
KOTOPBI TIO3BOJISIET POBOUTH CHITHITUPOBAHHUE IO CTepUYecKu TpynHopoctynHoi OH-rpymme, cBsizaHHON
C TPETUYHBIM aTOMOM yIiieposa. TpuMeTHICHIMINOANA KaTanu3upyer enonzanuio AC, conepxammx KeTo-
rpyIIsL, U yckopsier oopazoBanne TMC-nipousBoanbix. B atom cinydae k MCTDA no0aBisoT Takke Takue
BOCCTaHOBHTEIH, KaK 3TAHTHOJ U JUTHOTPEUTOJ, IS IPEIOTBPAIICHISI 00pa30BaHUS MOJICKYIISIPHOTO nona [4].

B OonpmmHCTBE cimyuaeB mporeaypa ananu3a bA la BKItodaeT SKCTPaKIHIO, OYUCTKY DKCTPAKTOB, JIEPH-
BaTH3aLuIo U nocnenyrouee onpenenenue TMC-npousBoausix AC npu nomoum ['’X-MC/MC [5].
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B 10 ke Bpemst ipH pazpaboTKe YHHBEPCATBHONW METOIMKH ONPEICICHISI CTEPOUIOB, 3aITPEICHHBIX JIJIsI HC-
nonb3oBaHus B BA Jlax, IpUXOAUTCS CTATKUBATHCS C PSIOM TPYAHOCTEH, KOTOPbIE BOSHUKAIOT U3-3a pa3Inyus
B cocraBe Berpedarormmxcst hopMm BAJ[oB (9KCTpaKThI, CyXue W KUAKHAE KOHIICHTPATHI, KaIlCyibl, TaOJIETKH,
TIOPOIIIKY U T. [I.). MaTpu4yHble KOMITOHCHTHI B HUX MPEJICTABICHBI KaK TUAPOPOOHBIMU (FKUPBIL, TUIHJIBI U JIP. ),
TaK ¥ THAPOGUIHHBIME (CaxapHIbl, OSIKH U T. 1I.) BEIECTBAMH, TIOMAAAOIINMHU B XpoMaTorpapupyeMblii pac-
TBOD W 3aTpyAHstomuMu onpeneienne AC.

[Ipennoxennas B padote [6] meToauka nmpodomnoarotoBku bAJloB, BeITyckaeMbIX B TBepAOi (hopme, AIs
BELIBJICHIS B HUX AC 0CHOBaHA Ha U3BJICUCHUN aHATUTOB U3 BAJ0B MeTaHOIIOM, YITapUBaHUHM METaHOJIA JOCY-
Xa, IIePEeBO/IC AHAIIMTOB B IIEHTAH U UX U3BJIIeUeHUU 95 % MeTaHOIOM. 3aTeM METaHOIbHYIO ()a3y BHIIIAPUBAIOT
JIOCyXa, aHAIMTHI CHITHIINPYIOT B onpeneisitoT MetomoMm ['X-MC.

C noMoIIbI0 JJaHHOH METOIUKHU B paboTax [5; 7—11] Obut ycnenHo nposenieH ananu3 bAJloB Ha conepixa-
uue AC. B crarpsx [5; 10; 11] otmedeno, uto nobasnenue cmecu 1-N,N-Iun30mponuiIaMiUHO-H-aJTKaHOB ITepe;]
JIepUBaTU3AIMEH TO3BOISIET YBEIUYUTH TUTOMIAN MMUKOB aHAJIIM3UPYEMBIX COCTUHEHHUH Ha XpOMaTOrpaMMax.
B apyrux crarbsax omnucaHbl HECKOJBKO CXOXKMX BApUAHTOB NpoBencHusa ananu3a BAJ[oB Ha comepskanue
AC [6-10; 12-15].

CormacHo paboram [5; 12] onrcaHHbIe METOAUKH MPOOOMOATroTOBKH BA JI0B HE TTO3BOJISIOT MOIYYHTH J0-
cToBepHbIe pe3ynbTaThl B 11-30 % ciydaeB U3-3a CUIBHOTO BIUSHUS MaTPULIbI, OTCYTCTBUS Ha XPOMATOTpaM-
Max ITHKa, COOTBETCTBYIOLIET0 BHYTPEHHEMY CTaH/IapTy, HEBO3MOKHOCTH ITOJIHOTO BBIMTAPUBAHUS HEKOTOPBIX
9KCTPAKTOB WIIH IIJIOXOW JIEpUBATU3AIIMU aHATMTOB. B HacTosiiiee BpeMst MaTpudHbie 3(PPEKTh HENb3s Tpe/-
CKa3aTh Ha OCHOBE COCTaBa I00aBKH, YKa3aHHOTO Ha ATHKETKE.

Takum 00pa3oM, ONTUCAHHBIE B JINTEPATYpE METOAUKH MPOOOMOAroToBkH BAJI0oB aiist onpeencHust B HUX
AC TpymoemMKy 1 He BCET/Ia ITO3BOJISIOT TOIYYHTD JI0CTOBEPHBIC PE3yABTATHI M3-3a CHIILHOTO BIUSHUS MaTPH-
1pl. bonee Toro, Bce ucnonb3yeMble B HACTOSINEE BpeMsl METOIAUKH SIBIISIOTCS SMIUPUIECKUMHU U HE UMEIOT
HAyYHOTO OOOCHOBAHMS B CBS3M C OTCYTCTBHEM JaHHBIX 10 dKcTpakiuu AC. OnpeneneHne KOHCTaHT pac-
npenenenns AC B pa3IMYHBIX SKCTPAKIIMOHHBIX CHCTEMAaX JaeT BO3MOKHOCTh MPEAJIOKUTH ONTUMU3HPOBAH-
HBIH, Oosee 3 (eKTUBHBIN BapraHT PpoOonoarotroBku bA JIoB, KOTOPBIN TO3BOJIUT COKPATUTh TPYA03aTPATHI
1 PacxoJl MaTepHaloB.

Lenp maHHOH pabOTHl — YCTAaHOBUTH 3aKOHOMEPHOCTH 3KcTpakuuu psaa AC (1,4-anppocraguen-3,17-
JIUoH; 170-MeTunTectocTepoH; 19-HOPITHUOX0IAaHOIOH; 4-THIPOKCUTECTOCTEPOH; 4-aHApocTeH-3,17-110H;
5o-anapocran-33,17B-auon; AeruaposnuaHIpoCTEPOH; KaTyCTepOH; KI0CTe00I; METaHANCHOH; METHIITHEHO-
JIOH; HAaHJPOIIOH; TECTOCTEPOH; UTECTOCTEPOH; THOONOH; 19-HOpaHAPOCTEHANOH; 1-MeTHIIeH-50-aHapO-
cTaH-30(-011-17-0H) BOJHO-OPTaHUYECKUMH CMECSIMH M3 T€KCAaHOBBIX PACTBOPOB M HA OCHOBAHWH TOITYYCH-
HBIX JaHHBIX pPa3paboTarh YCOBEPIICHCTBOBAHHYIO METOAMKY IpoOomnoarotroBku BAJloB mis onpeneneHus
B HUX AC Mmetonom ' X-MC/MC.

IJKCIePUMEHTAJIbHAS YACTh

PeakTuBbl. Vcrions3oBany cranaapTHRIE 00Pa3IIbl CIETYIONINX BEMIECTB (CM. PUCYHOK): 1,4-aHapoCTaneH-
3,17-nuoHn (98,0 %; National Measurement Institute, ABctpanus); 170-metunrecroctepoH (= 98,0 %; Sigma-
Aldrich, CILIA); 19-nopaTHOXONMaHOM0H (99,8 %; National Measurement Institute); 4-TUIPOKCUTECTOCTEPOH
(96,2 %; National Measurement Institute); 4-auapocten-3,17-muon (98,0 %; Sigma-Aldrich); So-anapocran-33,
17B-mumoi (99,1 %; National Measurement Institute); neruaposnuanapoctepot (99,2 %; National Measurement
Institute); xanycrepon (98,4 %; National Measurement Institute);, knocte6oia (99,5 %; Dr. Ehrenstorfer
GmbH, I'epmanus); metannueHoH (Cerilliant, CIIA) xonnentparueit 1,0 Mr/min B 1,2-1uMeToKCHITaHE; Me-
tunneHonoH (99,5 %; National Measurement Institute); nannponon (Cerilliant) xoruenTpanueit 1,0 mr/min
B alleTOHUTpHIE; TecTocTepoH (298,0 %; USP Reference Standard, CIIIA); snurecroctepon (=98,0 %;
USP Reference Standard); Tu6omnon (99,6 %; EDQOM, ®pannus); 19-nopanapocrenauon (99,5 %; National
Measurement Institute); 1-metuneH-50-anapocran-30-oi-17-ou (97,4 %; National Measurement Institute),
reKcaH «X. 4.» («2Oxoc-1», Poccust); Mmetanon asist BICOK03(h(EKTUBHOM KUIKOCTHOHM Xxpomarorpaduu (=99,9 %;
Fisher Chemicals, CIL1A); anileTOHUTPUI 47151 BRICOKOA(PGEKTUBHOM JKUIKOCTHOM XpoMaTorpaduu (=99,9 %; Fi-
sher Chemicals). JlenoHU3UPOBaHHYIO BOAY MOJYYaid C TIOMOIIBID CUCTEMBI MOATOTOBKH Boibl Direct-Q3
UV System (Millipore, CIIIA). B kauecTBe ra3a-HOCHUTEIIS IJIs Ta30BOI XpoMaTorpaduu HCIIOTH30BATH TSN
(99,9999 %; «<HHUN KM», Poccusi). B xauecTBe raza cTonKHOBEHUSI mpuMeHsin a3oT (99,999 %; «Kpuony,
benapycs).

Anmnaparypa. ['X-MC/MC-ananu3 npoBouin Ha razoBoM xpomarorpade Agilent 7890 (Agilent Tech-
nologies, CIIIA) ¢ Macc-CIIEKTpOMETPHUECKUM JIETEKTOPOM THITA «TPOHHOW KBaapymonb» Agilent 7000
(Agilent Technologies) 1 yCTpOWCTBOM aBTOMaTHYECKOTO BBOMA XUIKHX MPpobd Autosampler 7693 (Agilent
Technologies). Pa3nenenne BemecTB OCYIISCTBISUIN HA KAMMUIIPHOW KOJOHKE JUTMHOW 25 M, BHYTPEHHUM
nuameTpoM 0,25 MM ¢ HaHeceHHOH HenoaBMKHOU (azoii VF-1ms TommuHoli 0,25 mxm (Agilent Technologies).
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CrpykrypHsie hopmyast AC u ux 0003HaYCHUS
Structural formulas of the anabolic steroids and their designations
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YesoBus xpomatorpaguueckoro pasaeaeHus U ieTeKTupoBaHus. B ncriapurens BBogum 1 MK 06pas-
1a B pexxuMe 0e3 JeneHus oToka. Temmneparypy ucnapuTens MoepKUBaIu moctosHHOU Ha ypoBHe 280 °C.

[ToTok raza-HocuTeNs COXpaHsSUIM MOCTOSHHBIM ITpH 1,5 Mi/MuH. BeriecTsa pasnesisiiiy B peskuMe rpaineHT-
HOTO OAHSTHA TeMrieparypbl Tepmoctara konouku: 140 °C (0 mun) — 200 °C (16,7 mun) — 310 °C (20,7 mun).
Temneparypy TUHUH TTepeadn Macc-1eTeKTopa noaaepxuBann Ha yposre 310 °C. MoHn3anuio ocyecTBIsuI
tekTpoHHBIM yaapoM (70 3B) npu Temneparype ucrounuka 230 °C. JlaHHbIE MTOJyYalid B peKUME MOHUTOPHH-
ra MHOXKECTBEHHBIX peakuuil (multiple reaction monitoring, MRM) 1Utst IOJIOXKUTENBHO 3apsKEHHBIX HOHOB
¢ 10-if MUHYTHI TOCTIe BBOZA MTPOOBI. Bpemsi neTekTupoBaHus OHOTO HOHA cocTaBisuio 20 Mc.

KavecTBeHHBII 1 KOJMYECTBEHHBIH aHAIU3 IPOBOIUIICS C UCIIOIB30BAHUEM BHYTPEHHETO CTaHAapTa Ouc-
TMC-1-meTunen-So-anapocrtan-30-on-17-ona (METN-M1).

Bpewms yaepxuBaHUS ONpenesieMblX COSAMHEHU OTHOCUTENBHO Ouc-TMC-1-MeTuneH-50-anipocTan-
30-071-17-0Ha, mepexoabl POAUTEILCKUX MOHOB B JIOUEPHME, a TaKXKe€ DHEPrus BTOPUYHOU MOHHU3AIUHU
TMC-npou3BOIHBIX HCCIEOBAHHBIX CTEPOUIOB IpUBeIeHBI B Ta0. 1. JIist ynpasieHus: mpubopoM UCIONb-
30BajM nporpamMmmuoe obecrieuenue MassHunter GC/MS Acquisition Bepcun B.06.00.1116, nns 06paboTku
JaHHBIX — IporpaMMHoe odectnieuenue MassHunter Workstation Sofiware Qualitative Analysis Bepcun B.04.00,
MassHunter Workstation Software Quantitative Analysis Bepcun B.05.00, penakrop Tabnum Microsoft Office
Excel 2007 Bepcun 12.0.4518.1014.

Tabnuma 1
Yeaosus ' X-MC/MC obunapy:xenusi u onpeaenenus AC
Table 1
GC-MS/MS conditions for detection and determination of anabolic steroids
OTHOCHTEIIFHOE Ponutenbexmii | Jlouepmnuii 3H6pFI/I$IU
Bpems OmnpezensieMoe BEIEeCTBO O - BTOPUYHOMI
YACpKUBaHUSL HOHH3aIuHU, B

405,5 225,2 15

0,95 6uc-TMC-19-HOpPATHOXONAHOTIOH 405,5 315,3 15
405,5 167,0 15

446,5 341,5 15

1,0 ouc-TMC-1-metunen-So-aaapoctan-30-0i-17-0H 446,5 195,0 15
446,5 431,0 15

4324 3273 20

1,01 6uc-TMC-neruaposnuaHapoCcTepoH 4324 2373 20
4324 181,3 20

416,5 401,5 10

1,01 6uc-TMC-19-HOpaHIPOCTECHINOH 416,5 311,2 10
416,5 246,3 10

421,4 255,1 15

1,02 ouc-TMC-50-anapocran-33,17B-auon 421.4 2132 35
421,4 173,1 15

418,4 194,1 20

1,02 ouc-TMC-HaHIpOIOH 418.,4 182,1 20
418.,4 287,2 20

428.,4 206,2 15

1,03 ouc-TMC-1,4-aanpocraanen-3,17-a1noH 428.4 323,1 15
428.,4 413,2 15

430,4 209,1 15

1,04 o6uc-TMC-4-aaapocten-3,17-muon 430,4 2342 20
430,4 415,3 20
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OxoHuanue Tabdx. 1
Ending table 1

OTHOCHTENBFHOE Pommremscxmii | Joueprsit 9HCpFI/I$IV
BpeMs OrnpenenseMoe BEeLeCTBO - - BTOPUYHOMN
YACPIKUBaAHUS HMOHU3AIHUHU, 5B
432,5 209,0 10
1,05 6uc-TMC-tecTocTepoH 432.5 3273 5
432,5 417,0 10
432,5 209,0 10
1,05 ouc-TMC-3muTecTocTepoH 432,5 3273 5
432,5 417,0 10
456.,4 441,3 20
1,07 ouc-TMC-tuboiion 456,4 2472 20
456,4 351,3 20
444 4 206,3 20
1,08 6uc-TMC-MeTaHIuEeHOH 444 .4 191,2 20
4444 339.3 20
430,4 285,2 20
1,09 ouc-TMC-MeTHITHEHOJIOH 430,4 3254 20
430,4 246,2 20
446,5 3014 10
1,09 6uc-TMC-170-MeTHATECTOCTEPOH 446,5 356,3 10
446,5 314,2 10
460,4 355,1 20
1,10 ouc-TMC-kanyctepoH 460,4 315,0 20
460,4 4454 20
520,6 5054 20
1,14 mpuc-TMC-4-THIPOKCUTECTOCTEPOH 520,6 431,3 20
520,6 2249 20
466,4 4314 25
1,17 ouc-TMC-kitocTeb0oi 466,4 3553 15
466,4 451,1 15

OnpenesieHne KOHCTAHT pacnpenaeaeHust

KoHcTaHThl pacnpeneneHns CTEpOUI0B B UCCIICAOBAHHBIX SKCTPAKLMOHHBIX CUCTEMaxX OIpElessuld IpU
PaBHOBECHOH KOHIICHTPAIIUH CTEPOUIOB B TE€KCAHOBBIX pacTBopax oT 10 mo 333 Hr/mi mpu TeMIieparype
(20 £ 1) °C. [lns Bcex 3KCTPAKLIMOHHBIX CHCTEM, 32 UCKIIOYEHHEM CHUCTEMBI TeKCaH — BOJIA, MPOBOAMIOCH
MpeaBapUTEIbHOE B3aUMHOE HACKIeHNE (Pa3. DKCTPaKIUIO OCYIISCTBISIIN MyTEM MepeMEIINBaHNs Ha pOTa-
LUMOHHOM MHKCEpEe IPU CKOpOCTHU BpamieHus 35 00/MuH B Teuenne 20 MUH.

KoHcranThl pactpeneneHus aHaIu3upyeMbIX COeTMHEHUI ObUIN pacCUMTaHbl B peaakTope Tadnun Microsoft
Office Excel 2007 nicxozsi 13 OTHOCUTEIBHBIX TUTOMIA/IeH (OTHOCHTEIBHO BHYTPEHHETO cTanaapta ouc-TMC-1-
METHJIEH-50l-aHIPOCTaH-30l-071- 1 7-0Ha) COOTBETCTBYIOLINX ITUKOB, IIOIy4YE€HHBIX Ha XpoMaTrorpamMmmax. Cpenu
xapakrepuctunaeckux MRM-niepexonoB 1st KOHKPETHOTO BelecTBa Beioupaics Tor MRM-nepexon, 1uis ko-
TOPOTO XpoMarorpaduueckuii MUK ObLIT HAUOOJIBIIUM.

Koncrantsl pacnpenenenusi AC (P) B 9KCTPaKLIMOHHBIX CUCTEMaX IeKCaH — BOAHO-METAHOJbHBIE CMECH
1 TeKCaH — BOJHO-aLETOHUTPHUIIbHBIE CMECH PACCUUTHIBAJIM 110 YOBUIM KOHIICHTPALK CTEPOHIa U3 TEKCAaHOBON
(ha3pl IpU COOTHOILICHUH 0OBEMOB IeKCAaHOBON 1 BOAHO-OpraHudeckoi ¢as, paBHom ot 1 : 5 (Boza, 20 % Box-
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HBIC paCTBOPHI MeTaHoa win aneroHuTpria) g0 10 : 1 (80—100 % pacTBopbI MeTaHOJA WA allETOHUTPHIIA),

110 ABHCHHUTIO
b C %

TeKC TEKC 110J1

C ™~ C

non T€KC TCKC TEKC

rac Crekc’ non — PABHOBCCHBIC KOHLICHTPALUU PACIIPCAC/IICMOI'0 BCIICCTBA B TeKCaHOBOM U BOJAHO-OpTraHnu4c-

cKoif (hasax coorBercTBeHHO; C' — HCXOHAS KOHI[CHTPALMS PACIIPEICIIIEMOr0 BEIIECTBA B TCKCAHOBOI (ase;

Voo Veexe — 00BEMBI BOTHO-OPraHMUYECKON M TeKCAHOBOM (a3 COOTBETCTBEHHO, BEIOMpPaeMble TAKUM 00pa3oM,
4T0OBI yOBIIIb KOHIIEHTPAIMH BEIIECTBA B TeKCAHOBOM pacTBope Obiia He MeHee 30 %.

[epen xpomarorpaduieckuM onpe/eliecHHeM KOHIICHTPAIUi CTEPOHIOB B TeKCAHOBBIX pacTBopax AC moj-
Bepraiu aepusaruzanuu c noiaydenuneM TMC-Ipou3BOJHBIX B MIEHTHYHbBIX YCIOBUSIX.

J1J1s1 TOTO UCXOAHBIE U PABHOBECHBIE TEKCAHOBBIE PACTBOPHI CTEPOUIOB, A TAK)KE TEKCAHOBBIE PEIKCTPAKTHI
U3 PaBHOBECHBIX BOAHBIX PAacTBOPOB BBINIAPUBAIMN OCYXa B TOKe azoTa mpu Temneparype 40-50 °C. 3arem
K CyXOMY OCTarKy B IPOOMpKax aBTOMaTHYECKOM MUIETKOW 100aBisuy mo 50 MKI pacTBOpa BHYTPEHHETO
crangapra (METN-M1) B meraHose ¢ KoHeHTpanuei 200 Hr/MI 1 CHOBa BBINIAPUBAIIN J0CYXa B TOKE a30Ta
npu Temneparype 50 °C. K cyxomy ocrarky B mpoOupKkax aBTOMaTHYeCKON MUIMeTKoM go6assin 50 MK pac-
tBOpa g aepuBatuzanuu (MCTOA : ammonwnst nomup : qutuorpentos = 2000 MK : 4 MT : 3 MKJI) 1 TIepe-
MEIINBAJIY [IOIy4EHHbIH pacTBOP € UCIIOIb30BaHUEM LICHKepa. 3aTeM MPOOUPKHU MIIOTHO 3aKPbIBAIIM KPBILIKOI
u HarpeBaiu B Oioynom tepmoctare npu 70 °C B Teuenue 20 muH. Ilocie 3Toro npoOUpKu OXJaxaaiu 10
KOMHATHOH TemIeparypbl U IEPEHOCHIIM PacTBOPbI aBTOMaTHYECKOW MUIETKON B CTEKJITHHBIE BHAJBI C KO-
HYCHBIMH BCTaBKaMH.

PactBop anst nepuBaTU3aliy TOTOBHIIN ITyTeM pacTBOpeHus 5,0 Mr aMMOHMS Hoauaa U 3,8 MI TUTHOTPEH-
tona B 250 Mkt MCT®A u rocienyromero pazoasieHus moiaydeHHoro pactsopa B 10 paz MCTOA.

OTHOCHUTENbHBIE CTAaHIAPTHBIC OTKIOHEHUS! PACCUUTAHHBIX KOHCTAHT paciipenencuus AC He IpeBbIIanu
30 % u cocraBinsnu B cpenHeM 15 %.

Pe3yJ'[]:TaTI>I H UX oﬁcyﬂmenne

B tab6n. 2 u 3 npuBeneHkI MMOMTydYeHHbIC 3HAUEHUS KOHCTAHT pactpeneierus 16 uccnemoBaHHbx AC B 3Kc-
TPaKIIMOHHBIX CHCTEMAaX TeKCaH — BOJJHO-METAaHOJIbHbBIE CMECH U TEeKCaH — BOJJHO-AIlETOHUTPUIILHBIE CMECH.

W3 naHHbBIX, IpUBEIEHHBIX B Ta0J. 2, BUAHO, YTO BCE U3YUCHHBIC CTEPOHBI SBISIFOTCS YMEPEHHO TUAPO-
(hoOHBIMH BEIIECTBAMH U BEIMINHBI JIOTapH(PMOB FIX KOHCTAHT pacupenenenus (1gP) B cucteme rekcad — Boja
OoJiblIe HYJISI M UMEIOT MAaKCUMaJIbHbIC 3HAUCHHSL.

I'mapodobHOCTE AC CBfi3aHA ¢ HAIMYMEM B CTPYKTYpPE MX MOJIEKYN THAPOPOOHOTO IMUKIIOTICHTAHIIEPTU-
IpodeHaHTPEHOBOrO (parMeHTa U YIIIeBOIOPOAHBIX PaJUKaJIOB.

3amMeHa BOJIbI B CHCTEME IF'eKCaH — BOJia Ha MOJIIPHbIC OPraHNYeCKUE PACTBOPUTENN IPUBOANT K HaJICHHUIO
BenmuunH 1gP AC Ha 1,3-2,6 ex.

Crenyet 3aMeTUTb, YTO BEJIMYMHBI |g P Bcex paccMOTpPEeHHBIX B JaHHOU padoTe AC meHbIie 0 B cucTemMax
TeKCaH — BOJIHO-allETOHUTPIIILHBIE CMECH U TeKCaH — BOJTHO-METAHOJIbHBIE CMECH ¢ 00BEMHBIM COZCpPIKAHH-
eM opraHudeckoro pacrsopureis oosee 40 %. CnenoBarenbHo, HaOMONACTCS «MHBEPCHUS» (D (deKTa FIKCTpa-
rupyemoctu AC. JlaHHBI 2P eKT XapakTepeH i THIAPO(GOOHBIX COSTUHEHHA U B OCHOBHOM OOYCIIOBJICH

3HAUYNTENFHBIM CHUKEHUEM BEIMYHHBI cObBO(OOHOT0 3h(hexTa nonspHoit dhazel (1 CH, ) Y UHKPEMEHTOB He-

MOJISIPHBIX M MAJIOMOJISIPHBIX TPYII MPU 3aMEHE BOJbI HA MOJISIPHBIE OPraHUYECKUE PACTBOPUTEIN U BOJHO-
opranmdeckue cmecu [16; 17].

WHKpeMeHTHI NOISAPHBIX TPYII, KaK MPABUIIO, 3aMETHO PacTyT (YMEHBIIAIOTCS M0 MOJYIIIO).

Takum 00pa3om, 3HaYEHUsI HHKPEMEHTOB TIOJISIPHBIX M HETMOISIPHBIX TPYIIT CHITbHO HUBEHpYoTcs [16; 17], ato
NPUBOJIUT K YMEHBIIICHNIO HAOIIOIaeMOT0 pa3Maxa BelIn4rH 1g P n3ydeHHbIX Bemects: ¢ 0,9 Ui CHCTeMBI TeK-
cas — Bojia 10 0,6 ISt CHCTeMBI TeKCaH — alleTOHUTPHII U 10 0,4 /17151 CHCTeMBI TeKCaH — MeTaHoI (CM. Tadi. 2 u 3).

[Ipu sTOM 3acimyXMBaeT BHUMAaHHUS TO, YTO CTENEHh HUBEIUPOBAHUS B TIEPBOM MPHUOIIKEHUH SBIISETCS
ynxumei Iy, [16; 17].

Crnenyer OTMETHTh, YTO B CUCTEMaxX I'€KCaH — BOJHO-aLlETOHUTPHWIBHBIE CMECH M I'€KCaH — BOJHO-METa-
HOJIbHBIE cMecH BenuuuHbI 1g P ruapodoousix AC (cM. Tadi. 2 U 3) CHIBHO YMEHBIIAIOTCS ¢ POCTOM KOHIICH-
TpaLUU OPTaHUYECKOro KOMIIOHEHTa B MOJIsipHOi daze ot 0 1o 80 00. %. JlaHHOE sBJICHUE XapaKTEpPHO AJIS
rUPOQOOHBIX BEIIECTB U BHI3BAHO 3HAYNTEIIHHBIM CHIDKEHUEM BEIIMUMHBI COJTbBO(GOOHOTO 3 deKTa MosIpHOH
(ha3bl Ipy 3aMeHE BOJBI HA BOJHO-OPraHMYECKUE CMECH U TIOJIIPHBIE OpraHndeckue pactopurend [16; 17].

Ecnu roBoputh 00 0071aCTH KOHLIEHTPALMM OPraHUYECKOr0 PACTBOPUTENS B BOJHO-OPraHUUECKUX CMECSX
ot 80 mo 100 06. %, To maHHBIE, TPUBEACHHBIC B Ta0I. 2 1 3, MOKA3BIBAIOT, UTO JJISI H3YUYEHHBIX COCAMHEHUI
HaOJII0AI0TCs OTYETIIMBO BBIPA)KEHHbIE MUHUMYMBI KOHCTAHT pacupezneneHns AC pyu KOHIEHTPALUH alleTo-
HUTpHIia wim Metanona 80-95 06. %.
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JlaHHOE SIBJICHME XapaKTEPHO TaKXKe JJIsl OPraHUYEeCKUX BEIIECTB HEOONBIION MOJICKYJISPHOH Macchl,
B CTPYKTYpPY MOJIEKYJ KOTOPBIX, HAPALY C YIJIEBOJAOPOAHBIMH 3aMECTUTEIISIMU, BXOASAT CHUIIHHOIIOJSIPHBIE
(hyHKIHOHANBHBIE TPYIITH [16; 17]. ETo mpuauHON SBISIETCS 3HAUUTEIBLHO 0oJiee CHITbHOE ITaJICHHE HHKpPE-
MEHTOB IOJIIPHBIX PYII IO CPABHEHHUIO ¢ POCTOM MHKPEMEHTOB HEIOJSPHBIX IPYII pacupenessieMoro
BEIIEeCTBa MPU HEOOIBIINX 100aBKax BOJBI K allCTOHUTPHITY HJIM METAHOITY, & TAK)KE [0 CPABHEHHIO C PE3KUM
YMEHBIICHHEM B3aUMHOW PAaCTBOPUMOCTH T'€KCaHa M MOJSPHOIO OPTraHMYECKOTO PACTBOPHUTEINS, B MEPBYIO
odepesb METaHoIa.

Tak, ¢ pOCTOM KOHIEHTpaLUU MeTaHoia B nmoyisipHoil ¢aze ot 90 no 100 06. % yBenuunBaeTcs KOHIICH-
Tpalysl METaHOJIa B FeKCaHe, a 3HAUUT, U COJbBATAIUS THIPOKCUIIBHBIX U KETOHOBBIX TpyIn AC MeTaHOJIOM,
COZIepIKAIIMMCS B TEKCAHOBOH (haze. DTUM 00bsICHSETCs CHIDKeHHE dKeTparupyemoctu AC nomnsipHoit (hazoit
C POCTOM cofepKaHUsI METaHOIa B TaHHON 0071aCTH KOHIICHTPAITHH.

MunuManbHble 3HaYeHus 1gP OonpmMHCTBA aHanu3upyeMbix AC OKa3aauch HIKE NP UCIIOJIb30BAHUU
BOJHO-alIETOHUTPUIIBHBIX CMECEH, YeM MPH IPUMEHEHUH BOAHO-METaHOIBHBIX cMecel (cM. Tabi. 2 u 3). Pac-
TBOPUMOCTbH allETOHUTPHIIA B TEKCAHE HUXKE, YEM PACTBOPUMOCTH METAHOJIA, ¥ MAJIO 3aBUCHUT OT COACPIKAHUA
areTOHUTpUIIa B quara3one koumnentpamnuit 30—-100 % B BogHO-aneToHUTpUIbHON cMecH [ 18]. st OonbImH-
CTBa PACCMOTPEHHBIX CTEPOUIOB ATO MIPUBOIUT K CHIDKCHHIO 3HaUCHUM KOHCTAHT pacupeaeieHust AC u yBe-
JIMYEHHUIO SKCTPAarupyeMocTu ananusnpyemsix AC i cucteMsl rekcad — 90 % aneToHUTpHII IO CPAaBHEHUIO
¢ cucreMoii rekcad — 90 % meranos.

VYBenuueHne 3HaUCHUH KOHCTAHT pacnpenenaeHus AC npu KOHLEHTpalMK alleTOHUTPUWIA B CMecH Ooiiee
90 00. % 00BsICHSETCSI CHIPKEHHEM COJIbBAaTalMOHHOTO 3 (eKTa B CBSI3U C OUCHb MAJIBIM COAEP)KAaHUEM B I10-
JSpHOM (ha3e BOIBI, XapaKTepHU3YIOLIeHCs Topaso Oosiee CHIBLHON CONbBATHUPYIOLIEH CIIOCOOHOCTHIO, YeM
AIleTOHUTPUIIL.

CTOUT OTMETUTH, YTO ALETOHUTPUII SIBISIETCS 00JIee CEIEKTUBHBIM SKCTPAareHTOM, Y4eM METAHOI, 3-3a OT-
CYTCTBUS BO3MOYKHOCTH 00pa30BaHus BOAOPOIHBIX CBA3EH U Xy/ILICH ClIOCOOHOCTH K SKCTPaKIMU OEJIKOB U I10-
JISIPHBIX COETMHEHUH, KOTOPBIE MOTYT COACPKAThCS B CIOKHBIX Marpuuax (Hanpumep, bAJlax). Ha ocnoBanuun
3TOT0 MOXKHO 3aKJIIOYUTH, YTO JUISI M3BJIEUYEHUs OONbIIMHCTBA HcciaenayeMbix AC U3 TeKCaHOBBIX PacTBOPOB
HaunoOosee 3(h(HheKTUBHBIMU U OZTHOBPEMEHHO CEJIEKTHBHBIMHU HKCTPAreHTaMHU SIBJISIIOTCS] BOJHO-aLleTOHUTPUIIb-
HbIe cMecH, cozepkaiue oT 10 1o 20 06. % BOJbL

Omnpenesienne anadoaudeckux crepouaoB B BAlax

Ha ocHoBaHu# mony4eHHBIX KOHCTAHT pacnpenenenns AC Obuia pazpaboTaHa METOIMKa TPOOOTIOATOTOBKH
BAJloB 1 crienmnaau3upoBaHHOTO CIIOPTUBHOTO MUTAHUS I onpeneacHus B Hux AC.

JlanHas MeTo/MKa BKITIOYaeT B ce0s roMmoreHu3anuio oopasia bA la B Bone u nzpneuenue AC, conepikarie-
rocsi B oopasie, rekcanom, mpu 3ToM AC u rugpooOHbIe KOMIIOHEHTBI MaTPHILIbI SKCTPATUPYIOTCS, a THAPO-
(WIbHBIC TPUMECH OTACISIOTCS. 3aTeM M3 TEKCAHOBOTO PACTBOPA aHAOOJINYECKHE CTEPOHIBI IKCTPATUPYIOT
90 % BOTHBIM PacTBOPOM aIleTOHUTPHIIA M OMHOBPEMEHHO OTAENAIOT CHIBHO THAPO(POOHBIE KOMITOHEHTHI
Matpuiiel. CreneHs u3BnedeHnss AC U3 TeKCaHOBOTO PAcTBOPA B COOTBETCTBHH C BETMYMHAMH KOHCTAHT pac-
npeaenenus cocrasnusget 93,7-98,3 %. B pe3ynbrare ocTaeTcs OUUIIECHHBIN BOJHO-allETOHUTPUIBHBIA JKC-
TPAaKT, KOTOPBIH MOCIe yaaleHHs BOJBI M alleTOHUTPHIIA CHIIHIUPYIOT U XpoMaTrorpadupyroT.

[IpennokenHas MeTonnka OblTa anmpodbupoBana Ha oOpasnax bAloB, cogepskamntux n3ydenusie AC, u 11o-
3BOJIHJIA OTHO3HAYHO HIEHTUUITPOBaTh nckoMbie AC. Jliis TaHHOW METOUKN OTHOCUTENBHOE CTAaHAAPTHOE
oTkioHeHue cocrasisieT 10—15 %, npenen odnapyxenus — okono 10 mxr/kr BAJloB, 4To 1aeT BO3MOKHOCTD
HaJIeKHO OMPEJENATh B HUX MpUMecH 3anpemeHHbx AC.

3akja0ueHue

YcTaHOBIEHO, YTO OOJMBIIMHCTBO HccaenoBaHHBIX AC 3 (EKTUBHO IKCTPArupyroTCsl U3 TEKCAHOBBIX pac-
TBOPOB BOJTHO-AIIETOHUTPUIILHBIMU CMeCsIMH, coaepxkanumu oT 10 10 20 00. % BoJibL, 4TO OBLIO UCTIOIB30BAHO
JUISL pa3pabOTKU ONTUMU3UPOBAHHON METOUKH MPOOOIIOIrOTOBKH, OCHOBAHHOM Ha IKCTPAKIIMOHHOM U3BJICUEC-
Hun AC U3 BOTHOU CYCIICH3MH aHATHU3UpyeMoro oopasmna bA [la rekcaHoM ¢ IMOoCIenyIonei HX peaKCTPaKITHEH
BOJIHO-aIIETOHUTPIIILHOW CMECHIO.

Amnpobarus pazpaboTaHHON MeTouKu Ha oopasuax bAJloB, conepxkammx u3ydennbie AC, mokasasa Bo3-
MOXKHOCTB €€ IpuMeHeHus st KouTpoist bAJloB Ha conepkanue 3anpenieHHbIX AC.

Jia mpeutoskeHHOW METOIMKH OTHOCUTENbHOE CTaHAapTHOE OTKIOHEeHWe cocrasiseTr 10-15 %, npenen
oOHapyxeHus: — okoio 10 mkr/kr BAJ[oB, 4T0O 1O3BOJISET HAJIEKHO ONPEAEIATh B HUX MPUMECH 3arpelieH-
HbIx AC.
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