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MMPUMEHEHUE METOJIA TA30BOI XPOMATO-MACC-CITEKTPOMETPUM
C NPEABAPUTEJILHON JVUCITEPCUOHHON XNIKOCTHO-XUJIKOCTHOM
MMKPOBKCTPAIIMEM JUI ONPEAENEHNSA HU3KUX COMEPKAHUI

PAKETHBIX KEPOCUHOB B BOJE

© T. A. Boaornuk, A. JI. Cmoaenkos, C. JI. Spues, O. A. IIInuryn'

Cmamusa nocmynuna 2 okmaops 2014 2.

Ormucana METOIMKA TyBCTBUTEIHLHOTO OMPENEICHNS PAKETHBIX KEPOCHHOB B BOJIE, BKITIOYATOIIAs JTUC-
MEPCHOHHYIO YKUIKOCTHO-KHUAKOCTHYIO MUKPOIKCTPAKIUIO aHAIUTOB M UX TIOCIIENYIONIee pasieicHe
7 ONpEZIeNICHIe METOIOM Ta30BOH XPOMATO-MacC-CIIEKTPOMETPUH B PEKUME PETHCTPALH XPOMATO-
rpaMM 1o BeIOpaHHBIM HOHaM (m/z: 67, 81, 85, 95, 136, 137, 174, 183 u 193). 3yueHo BIUAHKUE NPU-
porpl, 00beMa IHCIepraropa U SKCTpareHTa, J00aBICHUS COIM U BPEMEHH HMPOBENCHUS DKCTPAKLUH
Ha 3((EeKTHBHOCTh H3BICUCHUS] aHATUTOB. JlHama3oH oNpeAeNseMbIX KOHIIEHTPALHMH COCTaBISET
0,005 — 0,05 mr/n. Tpenensr obHapyxenus (S/N = 3) kepocuros PI-1 u T-1 — 0,0015 u 0,0022 mr/n
COOTBETCTBEHHO. CXOIMMOCTh Pe3yJIbTaTOB U3MEPEHUI ISl YKA3aHHOTO BBILIE AUANa30Ha U3MEHIETCS
ot 16 10 9 % (n = 3), BHyTpHIabopaTopHas npenu3HoHHoCTs — 0T 20 10 12 % (n =15).

KuroueBble cioBa: PAKCTHBIC KCPOCHUHBI; XPOMATO-MaCC-CIICKTPOMCTPUs; Ira30Basi XpOMaTOl"pa(pI/ISI;

KUIOKOCTHO-XKUAKOCTHASA MUKPOIKCTPAKIIHAA.

PakeTHble KepOCHHBI MMOMAJAIOT B OKPYXKAIOLIYIO CpemLy
IPU HKCIUTyaTallid PaKeTHO-KOCMHYECKON TEXHHKH, TIe
UX UCIOJB3YIOT B KaU€CTBE KOMIIOHEHTOB BBICOKOA((EK-
THBHOTO TOIUJIMBA. YCTAHOBJIEH ECTKUW CAaHUTApPHO-TH-
THEHUYECKUH HOPMATHUB: MPEIESIbHO JOMYCTUMasi KOH-
nenrpanus kepocuna B Boge — 0,01 mr/m [1]. U3 Bcex
W3BECTHBIX MPUPOIOOXPAHHBIX METOAUK OLIEHKU 3arpss-
HEHMsI BOJ YIVIEBOAOPOIAMH TOJbKO METOIUKA, OCHOBAH-
Hast Ha (PIyOpUMETPHUYECKOM NETEKTHPOBAHHUH ITOTHAPO-
MaTU4YeCKUX COCIMHEHUH, HEeKIapupyeT BO3MOXKHOCTb
orpeneNicHnsT He(TEIPOIyKTOB Ha TpeOyeMoM YpOBHE
koHIeHTpanui [2]. OgHako pakeTHbIE KEPOCHHBI Tpell-
CTaBJICHbl B OCHOBHOM HAaCBIIIEHHBIMU YIJIEBOJIOPOJAMHU
[3] u obecneunBaronue (IyOPECHCHIIHIO MOTHAPOMATH-
YECKUE COEMHEHHUS B UX COCTaBE OTCYTCTBYIOT, [I03TOMY
WCIOJIb30BaHUE TAHHOW METOIUKHU JJISl OIpenesieHus pa-
KETHBIX KEPOCHHOB SBISIETCS HEKOPPEKTHBIM. [ a3oBas
XPOMAaTO-MacC-CIIEKTPOMETPUsl — COBPEMEHHBIH aHaJu-
TUYECKUH METOJ, MO3BOJISIOMIMK yCTaHABIMBATh COCTAB
CIIOKHBIX CMeced, B TOM 4HcIe U He(TEHpOIyKTOB,
HU3KHE COJICPIKaHUS KOTOPHIX MOXKHO ONPEACIATh dTHM
METOZIOM B COYETAHHUH C pa3IMYHBIMH BapUaHTaAMH
KOHLIEHTPUPOBAHHUSL.

Jl1st mocTHyKeHUsT BBICOKMX CTENEHEH KOHIIEHTPUPO-
BaHMS HCIOJB3YIOT TBEPAO(PA3HYI0 MHKPOIKCTPAKIIHIO
(TOMD) [4], KUAKOCTHO-)KUIAKOCTHYIO MHKPO3IKCTpaK-
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nuto (KOKMD) u paznuuHbie ee BapuaHThl, B YaCTHOCTH
TVICIICPCHOHHYIO  JKAAKOCTHO-)KUAKOCTHYIO  MHKpO-
skctpakmuto (JPDKOKMD) [5]. [Ipernmymecreamu HKOKMD
SBIISIIOTCSL TIPEJCNIbHO Mallble OO0BEMBbl JKCTPareHTa IIo
CPaBHEHUIO C 00bEMOM MPOOBI, IKCIPECCHOCTh U 00JIb-
mye 3HAYCHUS KOA(PPHUIUCHTOB KOHIECHTPHPOBAHHS
(BIIOTH 10 HEcKOIMbKHX ThICSAY). Tak, JAKIKMD ncnomns-
30BaJTH YIS OTIPECIICHUS TIOTHAPOMATHUECKUX YIIIEBOIO-
ponoB (ITAY) [6], koTOpbIe IKCTparupoBayId U3 0Opasiia
BoJbI 0ObeMoM 10 My cMmeckio amertoHa (1 mi) u TeTpa-
xyopatwiieHa (8 mxi). J[Ba MKII SKCTpakTa BBOIWIM B
ra3oBelii Xpomarorpad ¢ IUIaMEHHO-HOHHU3AIMOHHBIM
nerektopoM. CTENeHb KOHIEHTPHPOBAHHS IS Pa3iiid-
HBIX [TAY cocraBmia ot 603 no 1113, npenen oOHapyxe-
aust — 0,007 — 0,030 mkr/m.

ITonuzamerieHHbIe XJIOPOSH30IIbI ONPEIENIIN B BOJIE
METOJOM Ta30BOH Xpomarorpaduu ¢ 3IEKTPOHHO-3a-
XBaTHBIM JIETEKTOpOoM ¢ mpeasapurensHoit JIJKOKMD [7].
OKCTpakIMI0 TPOBOAMIN CMEChIO MOHOXJIOPOCH3011a
(9,5 Mkn) u anerona (0,5 mur) u3 5 M obpasua. Jloctur-
HYTbl€ CTENEeHM KOHLIEHTPUPOBAaHUS AaHAIUTOB HaXo-
nunuch B auanasone ot 711 go 813. Tlpenensr oOHapyxe-
HUSI OIpENeNsieMbIX KOMIMOHEHTOB cocrtasisui 0,005 —
0,05 Mxr/i.

Jua ompeneneHuss MECTULMIOB TPUA30JI0BOTO psiza
B Bozmax mnpumensian JDIOKMD [8]. Hdns wu3BieueHus
M3 BOJHBIX 00pa3ioB 00beMOM 22 MIT HCITOJIB30BAIIN alle-
toautpun (0,75 M) U cMech H-TEKCaHONAa M H-TEKCaHa
B o0beMHOM coorHommeHnH 3:1 (45 mki). [lomydeHnsie



«3aBojackag nadoparopus. [IuardocTuka matepuaios» Ne 1, 4. 1. 2015. Tom 81 7

CTEIEHU KOHLIEHTpUpOBaHus cocTaBmin 263 — 380, a npe-
nenbl o0Hapyxkenns — 0,3 — 5 MKr/J1.

st oripenenieHus yIiieBOJOPOIHBIX TOIUTUB (Ta305IH-
HOB, PEaKTUBHOTO TOIUTHBA PL-4, MI3eTbHOTO TOILIHBA H
JIETKUX (PpaKIHid Macell) B BOJIE HCIOIB30BaI MUKPOIKC-
Tpakuuio [9]. OmpenensieMble KOMIIOHEHTHI M3 IPOOBI
BOAbl oObeMoM 1 1 m3Bnekanu 0,5 M1 H-TIEHTaHA MpU
5 °C, manee 3KCTPaKT aHAIU3UPOBAIM METOIOM Ta30BOM
xpomatorpaduu ¢ MIaMEHHO-UOHU3AIUOHHBIM JETEKTH-
poBaHueM. JlocTUTHYTBIE TIpeAenbl OOHApYKEHHUsI cocTa-
suin 0,05 — 0,01 mr/m.

PakeTHBIE KEPOCHHBI — MHOTOKOMITOHEHTHBIE yTJIe-
BOJOPOIHEIC TOIUIMBA, MOATOMY JJISI CO3IAHHS BBICOKO-
YYBCTBHUTEIFHON METOAUKHU HX OIPEICIICHUS CIEAYET BHI-
OHpaTh TaKyIO CXeMYy DKCTPAKINHU, KOTOPasi XapaKTePH3y-
€TCS OTCYTCTBUEM MOTEPH JICTYYHX KOMIOHCHTOB U BEICO-
KAMH CTENCHSIMH KOHIEHTpUpoBaHUs. C y4eToM 3THX
TpeOOBaHHH ONTUMANbHBIM BAPHUAHTOM  H3BJICUCHHUS
npencrapusiercss JKKMD. Kpome toro, B coueranuu ¢
ra3oBOi XpoMaTo-Macc-CIEeKTpOMEeTpHUel BO3MOXKHA pas-
paboTKa moaxoaa 1Jis ONpeIeIeHUs] PAKeTHBIX KEPOCHHOB
B BOJAaX, XapaKTEePHU3YIOLIErocs BBICOKOW YyBCTBUTEIb-
HOCThIO. Llenb gaHHOM paboThl COCTOsIIa B ONITUMH3ALNH
YCIIOBHH Ta30-XpoMarorpauyeckoro onpeneieHus u u3-
BJICUCHHS PAKETHBIX KEPOCUHOB U3 MPUPOIHBIX BOX (TIpH-
poaa U 00beM DKCTpareHTa U pacTBOPHUTENSA-TUCTIEPTaTo-
pa, To0aBKa COJIH, BpeMsl IPOBEACHHUS SKCTPAKIIMU) METO-
oM JIDKOKMO.

Peaxmuevt u pacmeopumenu. B paboTe HCIONIB30-
BaJIN CJICAYIOIINE PEareHThl: 00pa3Ibl PAKETHOTO KEPOCH-
Ha PI'-1 («wmadrmnn) u T-1%; Hadranud-dg (BHYTpEHHUI
crannapr); 1-0pom-4-propOeH3on (cTaHmapT-cypporar)
(Bce Sigma-Aldrich, CIIA); w-mieHTaH; H-TeKCaH; IHK-
JOTeKCaH; METaHON;, AaIleTOHUTPWI; TeTparuapodypan
(Bce Merck, I'epmanus); Oe3BOIHBIA Cyab(ar HaTpHs;
aretoH (Bce x4, Xummen, Poccust); Boga JenOHU30BaHHAS
(Milli-Q, Millipore, CHIA).

Obopyoosanue. B paboTe HCHOIB30BAIU CUCTEMY,
COCTOSIIYI0 U3 ra3oBoro xpomarorpada Agilent 7890B u
KBaJIpyIOJBHOTO MacC-CIEKTPOMETPHUUECKOTO ACTEKTOpa
5977A. Paznenenre KOMIIOHEHTOB MTPOBOAMIIN Ha KaIuJ-
nspaoit kojonke HP-5SMS (30 m x 0,25 mm, 0,25 mMkm)
C HEMOJBWXHOW (a3oif Ha ocHOBe MeTHI-(95 %)-peHnn
(5 %)-monmucunokcana (Agilent, CIIIA). Dxcnepumen-
TaJbHBIC TAHHBIC PETHCTPUPOBAIN B 00pabaTHIBAIIH C TIO-
MOIIBI0 TIEPCOHATILHOTO KOMITBIOTEpPA W MPOTPAMMHOTO
naketa MassHunter.

IIpobonoozomoseka. ATUKBOTY aHATH3HPYEMOIl Ipo-
ObI BOsibI 00beMOM 20 MJT TOMENIAI B COCY/ JIJIS ITPOBe-
JICHUST MUKPOJKCTpakuuu, nobasimsuii 20 MKI pacTBopa
1-6pom-4-propOeH3ona (cTaHmapTa-cypporara) B MeTa-
HOJIE C KOHIEHTpanuel 1 Mr/m, 21 xmopuma Kamus |
1,2 M cmecu, cocrosimiedl u3 1 mu terparunpodypana
(TT®) u 200 Mxs1 H-rekcaHa. MUKPOIKCTPAKIHIO MPO-
BOJIWJIA TIPU MHTEHCHUBHOM MEPEMEIIMBAHUN C TIOMOIIBIO

2 TlpemocTaBiensl coTpymHMKamMu maboparopmn COKuM  KIT
«}OsxubIit» (T. baiikonyp).

MarHuTHOM Mmemmanku B TeueHue 30 muH. [locne npekpa-
MICHUSI TEePEeMEIINBAHUS OMYIBCHIO OTCTaWBaIHd 5 —
10 MuH ans pasgenieHHs BOAHOM W opraHuyeckon as.
3areM 13 BEPXHETO CJIOS KHUJIKOCTH (IKCTPAKTa) OTOUpaIH
120 MK ¥ TpOITyCKaldM 4Yepe3 KOJIOHKY, COJEpKaILyro
50 Mr okcuza anroMuHUSA U 40 MT O6€3BOIHOTO Cyib(ara
Harpus. K ounineHHOMY SKCTpakTy Ao0aBmsui 20 MK
pacTBopa BHYTPEHHETO CTaHIapTa B H-TEKCaHe ¢ KOHIICH-
tparmeii 0,1 mMr/mi.

Venosus XpomMamo-macc-cneKmpomempuyecko2o
onpedenenus. VI3MepeHus NPOBOIMIM C UCTIOJIb30BaHHEM
HMOHHM3AIMU JJICKTPOHHBIM yIapoM (dHEpPrus HUOHU3UPY-
IOLIHX JeKTPoHOB 70 3B), XpoMaTorpaMMbl perucTpupo-
BAIM B PEXXHMME BBHIODAHHBIX MOHOB m/z: 67, 81, 85, 95,
136, 137, 174, 183 u 193 (mosoXUTENbHBIE UOHBI), TEM-
nepatypa MOoHHOro uctounuka — 230 °C, BpeMs cOopa
Janabix — 0,25 c. Jlns pa3neneHus U onpeneneHus: KoM-
MIOHCHTOB PAKETHBIX KEPOCHHOB HCIIONB30BAIH CIIEIY-
IOLIYI0 TEMIIEpaTypHYIO MpOrpaMMy: HadajbHas TeMIle-
parypa xomonku 40 °C, u3zorepma B TeueHHe | MHUH;
noabeM 10 100 °C co ckopocthio 2 °C/MHH; MOIBEM JI0
200 °C co ckopoctsio 5 °C/mun; mogbem o 250 °C co
ckopoctero 10 °C/mun; mzorepma mpu 250 °C 5 muH.
Temnepatypa ucnaputens — 250 °C, temnepaTrypa WH-
tepdeiica — 250 °C. OOiiee BpeMsi aHaIKM3a COCTABISAET
61 Mun. O6beM BBOAMMOM MPOOBI — 2 MM>.

Pacuer conepxaHus pakeTHbIX KEPOCHHOB B Tpobe
MIPOBOIMII METOIOM BHYTPEHHETO CTaHAAPTA: B KAUCCTBE
AQHAJIMTUYECKOTO CHUTHAja MCIOJIB30BAIM OTHOILECHUE
CYMMBEI IUIOMIAICH TTHKOB IMPHBEICHHBIX HIKE KOMITIOHEH-

Tadmuua 1. OCHOBHbIE KOMIIOHEHThI pakeTHbIX kepocuHoB T-1 u
PI'-1 u 3HaueHUs m/z AJIs UX PETHCTPALHI

OnpenesnsieMblii KOMIIOHEHT m/z
Kepocun T-1
#-Honan (1) 85
n-Jlexan (2) 85
2-Metun-mpanc-nexanut (3) 81
1-Metun-yuc-pexanut (4) 95
n-Jlonekan (5) 85
2,6,10-Tpumerunnonexas (6) 85
2,6,10-TpumeTmnrerpanekas (7) 85
4,4,8,9,10-ITenTamerrniexanut (8) 193
2,6,10-Tpumernnnenraaexat (9) 85
Kepocun PI'-1
Jexamun (1) 67
2-Metun-mpanc-pexanut (2') 81
1-Metun-yuc-nexamus (3') 95
2,3-JlumeTunaekanun (4') 95
1,6-Jlumeruniexanut (5') 95
2-Drunjekanut (6') 137
2,6,10-Tpumerunnozaekas (7) 85
Iepruapodenantpen (8') 81
2,6,10-Tpumerunrerpaaekan (9") 85
4,4,8,9,10-TTenramerunaexanus (107) 193
2,6,10-Tpumerunmnentanekan (117) 85
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Puc. 1. XpomarorpamMMsl
CTaHJApTHBIX  PacTBOPOB
pakeTHbIX KepocuHoB T-1
(a) u PI'-1 (6) ¢ xoHIEeH-
tparueit 100 Mr/i B n-rek-
. caHe (JIMama3oH CKaHHPO-
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Bpewms, mun

TOB K IUIOLIaJX NMUKa BHYTpPEHHEro craHjpapra (tabm. ).
O heKTUBHOCTH N3BICUCHUS (CTETICHb H3BJICUCHHUS) Olle-
HUBQJIM UCXOZs M3 3HAUEHWH IUIoLaau MUKa CTaHJapra-
cypporara, a TaKke aHaJM30M CTaHAAPTHBIX PAacTBOPOB
KEPOCHHOB B H-TEKCAHE.

Buwibop ycnosuii macc-cnexmpomempuueckozo oemex-
muposanus. 175 BEIOOpaA peKUMa PETHCTPAIIH XPOMAaTO-
rpaMM IO BEIOPaHHBIM HOHAM MIPEABAPUTEIBHO IOy IaIIH
XpOMAaTOrpaMMbl CTaHAAPTHBIX PACTBOPOB HUCCIEIYEMBIX
KEPOCHMHOB B H-TeKCaHe ¢ KoHuenrpauuei 100 mr/a B pe-
JKUME CKaHUPOBAHUS 110 IIOJIHOMY HOHHOMY TOKY (pHc. 1),
U3Yy4aJll MacC-CHEKTPhl OCHOBHBIX KOMIIOHEHTOB U IpO-
BOJIWIIM MX HJICHTH(HKAINIO CpaBHEHHEM ¢ OMOIMoTed-
HBIMHU JaHHBIMH.

g onTUMM3aUMU  YCIOBHM Macc-CIEKTPOMETPHU-
YEeCKOr0 JIETEKTUPOBAaHMS BBHIOMPATIM HOHBI, XapaKTepH-
CTUYHBIC TSI OCHOBHBIX KOMIIOHCHTOB PAKETHBIX KEPOCH-
HOB. B KauecTBe OCHOBHBIX KOMIOHEHTOB HCIIOJIb30BAJIN
TE BEILIECTBA, KOTOPHIM COOTBETCTBYIOT Hanboiee NHTEH-
CHBHBIC NUKU Ha XpPOMAaTOrpaMMax CTaHAAPTHBIX 00pas3-
[IOB PAKETHBIX KEPOCHHOB, IOJYYCHHBIX MO IOIHOMY
HOHHOMY TOKY B peKUMe CKaHupoBaHus. J[aHHble coenu-
HEHUS TAaKXK€ UMEIOT HIMPOKUIl Nuamna3oH TeMmIeparyp
KUIEHUS, TIOATOMY SIBIISIIOTCS NPHUTOIHBIMH IS pacuera
0011IeTo copepKaHus paKeTHOTO KepocuHa. [ co3nanus
YYBCTBHUTEIFHONH METOAWKH IIeJIeCO00pa3HO BBHIOMPATH
HOHBI, 00€CIEUNBAIOINE CaMblil OONBIION OTKIIUK AETEK-
TOpa, T.€. KOTOPBIM COOTBETCTBYIOT HanOojee MHTCHCUB-
HbI€ IIMKU B MacC-CIIEKTpax.

B Ta6n. 1 npuBeneHB! HOHBI, BEIOPAHHBIC VIS IIPOBE-
JeHust u3MepeHuid. CTOUT OTMETUTb, UTO B CIydae aluK-
JMYECKUX HACBHIIICHHBIX YIJICBOAOPOJAOB HOPMAIBHOTO H
Pa3BETBICHHOTO CTPOCHUS B Ka4eCTBE OCHOBHOTO BHIOpaH
MOH CO 3HayeHueM m/z 85, KOTOPOMY COOTBETCTBYET HE
caMblii MHTEHCUBHBIN NUK B Macc-crekrpax. IIpuunHoi

1 1 1
32 34 36 3

8 40 42 44 46 48  pamua m/z or 40 o 400,
Bpemst coopa nanubIX 0,4 ¢)

JAHHOTO BBIOOpA SABJSIETCS HAJIMYUE Ha XpOMaTOrpaMMax,
NONyYEHHBIX 110 m/z 47,53 u ap. (caMbIX WHTEHCHBHBIX
HOHOB), OOJBIIOTO KOIMYECTBA JIOKHBIX ITHKOB, KOTOPEIC
HE TOJIHOCTBIO PA3NENAIOTCA C MUKAaMHU OIpeAessieMbIX
COCIMHEHUH, YBEIMYUBas TEM CaMbIM OLIMOKY H3Mepe-
HUIl JaHHBIM crocoOoMm. lcmonb3oBaHMEe HOHU3AIMH
JJIGKTPOHHBIM  yJIapOM  TMO3BOJISICT TONYy4aTh JJIsi HC-
CIIEyeMbIX COEJUHEHUN MAacC-CIEKTpPbI, COAEprKallue
B OCHOBHOM ITHKH, COOTBETCTBYIOIIHE (hparMEHTapHBIM
noHaM. OJIHaKO HaJIMYMe B HUX IUKOB XapaKTepUCTHY-
HBIX HOHOB MO3BOJISIET MPOBOIUTH HAJIGXKHYIO HACHTU(DU-
Kalliio MyTeM CpaBHEHHS MOIYYEHHBIX MacC-CIEKTPOB C
OMOIMOTEYHBIMA TaAHHBIMH.

Buibop sxcmpazenma. Brr6op MOIXOISIIETO pacTBO-
pUTENS U SKCTPAKLUK SBISIETCS Ba)KHOW 3ajadell mpu
BeimonHeHun  JIDKOKMD. HeobOxonumbie TpeboBaHusl,
MPEIbBIIsiEMbIE K OKCTPAreHTY, CIeIyIolIne: HIU3Kas pac-
TBOPUMOCTb B BOJI€, IUIOTHOCTH MEHBIIE, YeM Yy BOJBI,
M BBICOKAsl AKCTPAKIMOHHAS CIOCOOHOCTh MO OTHOIIE-
HUIO K MHTEPECYIOIIUM aHanuTaM. Huskas TOKCHYHOCTb
U XOpolliee Xpomarorpaduyeckoe moBeieHue TakKe SBIs-
IOTCS JKeJIaTeNIbHBIMUA CBOWCTBaMH dKCTparenTta. Ha ocHo-
BaHUM JIaHHBIX KPUTEPUEB H-TIEHTAH, H-T€KCaH W IUKJIO-
reKcaH OBUIM HCCIeIOBAaHBI B KAadeCTBE PACTBOPUTEICH
IUTSL OKCTPaKIuK (00BEM KaXKIIOTO SKCTPAreHTa COCTABIISIT
200 mka). Ha puc. 2 nokazaHo BAMSHHE THUIIA paCTBOPUTE-
1151 Ha 9(p(PEeKTUBHOCTD U3BIICUECHUS PAKETHBIX KEPOCHHOB.
Kak mMoxHO 3aMeTuTh, Haubosee d3pGEKTUBHBIM IKCTpa-
TCHTOM SIBIISIETCSI H-T€KCaH. BBICTpPBIN BBOJ pacTBOPHUTES
B TpOOy IpH TIOCTOSIHHOM IIEPEMEIIUBAHUN B COBOKYII-
HOCTH C €0 HU3KOH BS3KOCTBIO 00ECIICUMBACT BBICOKHIMA
kodhdunuent auddysun onpenensieMbIX COCIUHEHUH B
opranudeckyro (asy, 4To crocoOCTBYET MPUEMIEMOMY
W3BIICUCHHIO OTIPEACIISICMBIX COCTUHCHUN.
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Puc. 2. BiusHue THIa pacTBOPUTEINS UL SKCTPaKMU Ha dddek-
THBHOCTb H3BJICUCHHS; KOHLEHTPALMH OHPEACISIEMbIX PAKETHBIX
kepocunoB 0,01 mr/m, 06bem pactBoputene 200 MK, Bpems TIpo-
BezieHns MUKposkcTpakun 30 mus (n = 3; P =0,95)

Buibop pacmeopumens-oucnepeamopa. CmenmBae-
MOCTh PaCTBOPHTEIIS-IUCIIEPraropa C OPTaHHYCCKIM
pacTBopuTEelieM M BOAHOW (Da3oil SIBISETCS OCHOBHBIM
KpUTEpHUEM JJIsl BEIOOpa MOIXOSIEro AUcIepraropa s
JUKKMD. D10 HeoOxoauMo Uit TOTO, YTOOBI PacTBOpPHU-
TEJNb JUCIEPTUPOBAJICS HA OUCHb Mable KaIUTd B BOJHOM
oOpa3iie, 00eCIIeYrB TeM CaMbIM OOJIBIITYFO IUIOIAIb KOH-
TakKTa ¥ OBICTPYIO MUTPAIMIO aHAJMTOB U3 BOTHBIX 00pa3-
IIOB B OpraHuyecKyro (aszy. MeraHou, alleTOHUTPHII, H30-
npananoi, aneton u TI'®D ObuTH HCCNenoBaHbl I ITUX
Henel (MCIoNb30BaIy MO 2 MJI KaXIOTO PACTBOPUTEIS).
[TockonbKy METaHON W aAlETOHUTPHWI CMEUIHBAKOTCS
C H-TEKCAaHOM JIMIIb B OTPAaHWYCHHBIX COOTHOIICHHMSX,
TO JUTSL SKCTPAKIIMU C TIOMOIIBIO JTAHHBIX PAaCTBOPHUTEIEH-
JICTIEPTaTOPOB  MICIIOIB30BAIN  CBEKEIIPUTOTOBICHHYFO
IMYJIBCHIO U3 H-TEKCaHa W JaHHOTO pacTBopurens. Hau-
Tyd4lliee U3BJIeYeHHE HAOIIoaeTcs B clydae aleToHa U
TI'®, nosroMmy AJsl JAJIbHEUIIUX HUCCIEIOBAaHUMN CIIEAyeT
IPUMEHSTH OJIMH W3 BRIOPAaHHBIX pacTBOpHTENei (puc. 3).
B nmaHHO# paboTe HCIoNb30BaIM TeTparuapodypaH, mo-
CKOJIBKY aIleTOH YacTO COACPIKUT IPUMECH, KOTOphIe MO-
TYT MELIaTh TOYHOMY OIIPEICICHHIO PAKETHBIX KEPOCHU-
HOB B BOJIHBIX 00BEKTaX.

Onmumuzayus obvema sxcmpazenma. OO0beM HC-
MOJTb3yEMOTO OPTaHWYIECKOTO PACTBOPUTEIIS IS SKCTPaK-
IIUU BITUSICT HA 00BEM OpraHuueckor (asbl, 0TOOpPAHHOM
HaJl BOTHBIM 00pa3IoM, CTaOMIEHOCTE PE3YIIETaTOB | A(-
(heKTHBHOCTh IKCTPAKUUHU. i1 OLIEHKH 3TOrO BIUSHHS
pazimunble 00bemsbl (150, 200, 250 u 300 mxi1) BeIOpaH-
HOTO pacTBOpHUTENs (H-TekcaHa) ObUIM PacTBOPEHBI B I10-
ctosHHOM oObeme TI'® (2 M) W 3aTeM HCIOJIB30BAHBI
st mposenenust JDKOKMO. Kak moxHO yBUAETh U3
puc. 4, yeenmmyenne oobeMa ot 150 mo 200 MK crioco0-
CTBYET TOBBIIICHUIO M3BICUCHMS, JATbHEHICe yBeImUe-
HHEe 00beMa MPUBOAMT K YMCHBIICHHIO KOHICHTpPAIUH
AHAJIMTOB B OpraHUYecKo dase.

Onmumuzayus obvema pacmeopumensi-oucnepeamo-
pa u euanue 0odbasku coru. B mpemoxxeHHOM MeToe n3-
MeHEHHe 00beMa THUCIIepraTopa MOKET IPUBECTH K H3Me-
HEHUUIO 00beMa 0TOOpaHHOH opranmdeckor (a3l u pas-
Mepa Kamnellb PacTBOPUTENs. ITH (HAKTOPhI OYEHBb BaKHBI
OpU TIPOBEACHUM [UCIICPCHOHHOTO BapuUaHTa MHUKPO-
SKCTpakuuu. s ONTUMU3AIUK TaHHOTO MapaMeTpa pas-
mnanbie 00bembl TT'O (0,5, 1, 1,5 1 2 MIi1) ¢ MOCTOSTHHBIM

100+ NT-1
90 ZPr-1

—
-
-

Puc. 3. Brnusaue Tuna pactBopHTeNs-aucepraropa Ha 3hGeKTHB-
HOCTb U3BJICUCHUS; KOHIICHTPALIMH ONPEIeIIEMBIX PAKETHBIX Kepo-
cunoB 0,01 mr/m, 06beM n-rekcana (dkctparenta) 200 MK, BpeMs
npoBeneHus Mukposkerpakuuu 30 mus (n = 3; P =0,95)
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Puc. 4. Briusiane o6veMa skcTpareHTa Ha d((QEKTHBHOCTD H3BIIE-
YEHUs; KOHIEHTPAIMH OIPEJe/SIEMBIX pPAKeTHBIX KEPOCHHOB
0,01 mr/m, 06beM pacteopuTens-macnepraropa (TT'®D) 2 mi, Bpems
npoBeneHuss MUKpodkeTpakuuu 30 muH (1 = 3; P =0,95)

cofepxkanueM H-rekcana (200 MKJI) HCIOJIB30BAIH IS
W3BJIICUCHHS. Pe3ynbraThl MOKa3bIBAlOT, YTO H3MCHCHHE
o0beMa ucrepraTopa mpakTHUYECKH He BIUSCT Ha M3BJIC-
YeHHE OIpeJIeNIIeMbIX KOMIOHEHTOB. Haumbosbiiee us-
BJICUCHHE HAOIIONAeTCsl pu Hcrnoib3oBannu 1 M TI'O.
B panprelimem Uit TpoBEACHHS] AKCTPAKIUU HCIIONb-
30Baii cMech, copepxamyo 1 wma TI'® wm 200 mkn
H-TE€KCaHa.

Job6aBka coiy yMEHBIIACT paCTBOPHMOCTH aHAIUTOB
B BOIHOM (ha3e U CIIOCOOCTBYET UX MEPEXOMy B OpraHuye-
CKHUI pacTBOpHUTENE. 1151 HCCIIeTOBaHUS BIMSHUS HOHHON
cwibl Ha 3pdektuBHOCTh JPKIKMD BBINOMHUIM CEPHIO
IKCIIEPUMEHTOB C MOJCIBHBIMH pPACTBOPAMH, COIEp-
xKamumu 2, 4, 6, 8 u 10 % xnopuna kaiaus (Ipu 3TOM
OCTaJbHBIC YCIOBUS MOAJCPKUBAIN OCTOSHHBIMH).
Job6aBka conu B BoAHBII o0pasel criocoOCTByeT HEOOb-
LIOMY YBEJIMYEHUIO U3BJICUeHHS, Haubobias 3¢ HeKTuB-
HOCTh JIOCTUTACTCS HPU COICPKAHUH XIJIOPHIA Kalus B
nuanazoHe ot 6 o 10 %, nanbHeliiee yBeanueHHE CO-
JIEpKaHUS MOXKET IPUBECTH K YBEJIMUEHHUIO BA3KOCTH BOI-
HOTO PacTBOPA, ITOHU3UB TE€M CaMbIM K03()(UIMEHT 1ud-
¢Gy3un. [Ing mpoBeneHHs SKCIIEPUMEHTa B MOCTOSHHBIX
YCIIOBHSIX PEIIEHO MCTONB30BaTh 00paslibl, CoJepKAIIUe
10 % macc. xmopuza Kanus.

Onmumuzayus 8pemMeHu Npo8eoeHUsi IKCMPaKyuu.
DKCIIPECCHOCTh METOAMKH 3a49aCTYI0 3aBHCUT OT BPEMECHH
POOONIOATOTOBKY (3KCTPAKINK), TIOATOMY OMNpECIICHHUE
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Ta6auua 3. XapakTepucTHKH XpoMaTorpa(uuecKoro ONmpeIesICHNs PAKeTHBIX KepOCHHOB B Bozie (n = 3; P = 0,95)

Mapka kepocuHa ‘YpaBHEHHE TPagyHMPOBOUHON 3aBUCUMOCTH Coins MI/11 C,, Mr/n JluarnasoH JMHEHHOCTH, MI'/IT
PT-1 A=(22,8+2,5)C+(0,15+0,02), R*=0,996 0,0015 0,005 0,005 - 0,05
T-1 A=(14,7+1,8)C+ (0,08 +0,01), R>=0,997 0,0022 0,005 0,005 - 0,05
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Puc. 5. BiusiHe BpeMeHH MPOBEACHHS MHKPOIKCTPAKIUK Ha
2 PEeKTUBHOCTD H3BIECYCHUS; KOHIEHTPALUH ONpPEIe/SIEMbIX pa-
keTHbIX KepocuHoB 0,01 mr/n, o0beM w-TekcaHa (IKCTpareHTa)
200 mxi1, o6bem TI'® (pactBopuTens-aucnepraropa) 1 mia (n =3;
P=0,95)

BPCMCHHU, HeO6XOIII/IMOFO JJIsA HaI/I6OJ'II:H_IeFO HU3BJICUCHHUA,
TaKXKe SABISCTCS BAXKHOU 3amadeid. {1 onTuMHu3am 3T0-
ro TlapameTpa MOJICIbHBIC PACTBOPHI SKCTPArkpOBAIH BbI-
OpaHHOU cucTeMoil pacTBopuTeneld B TeueHue 5, 10, 15,
20 n 30 mun. Kak BUAHO U3 MpENCTaBICHHBIX Ha pHC. 5
JIAaHHBIX, MAaKCHMaJIbHOEC HW3BICUCHHE HaONIOmaeTcs MpHu
skcTpakiuu B Teuenue 20 — 30 mun. [l coxpaneHus mo-
CTOSIHHOUM CTETICHHM WM3BJICYCHHS BO BCEM JHAIa30HE KOH-
HEHTPAIN SKCTPAKIMIO CIIEAYeT MPOBOAWTH B TEUEHUE
30 muH.

OyeHnka Memponocuyeckux Xapakxmepucmux u anpo-
bayus na peanvuvix ob6wvekmax. OIEHKY MeTpOJornye-

Tadmuua 2. Pesynbrarsl ompeneneHus KEPOCHHOB B MOIEIBHBIX
o0pasuax MpUPOIHBIX BOI METOIOM «BBEAEHO — HalneHo» (n = 3;
P =0,95)

CKHX XapaKTEpPHCTHK W anpoOaIuio JaHHOTO IMOAXoja
MPOBOJMIIM Ha MPUMEpPE aHaln3a MOJACIBHBIX 00pa3IoB
BOJl C PA3JIMYHBIM COJCPIKAHUEM PAKETHBIX KEPOCHHOB.
[IpaBHIbHOCTE OMpeNeIeHNsT KOHTPOJIUPOBATIH METOIOM
«BBEJICHO — HalIeHOY (TaouI. 2).

Kax BumHO 13 TaOI. 2, MpeaJIoKEHHBIA BAPHAHT KOH-
LEHTPUPOBAHUSI PAKETHBIX KEPOCHHOB O0JIa/IaeT MpUeM-
JIEMOW TPAaBIIILHOCTBIO HA JIBYX YPOBHSIX KOHIIEHTPAIIHH,
a U3BJICUYCHNE OJTU3KO K KOJTMYECTBCHHOMY.

B Tabn. 3 npuBeneHbl XapaKTEPUCTHUKU OTpeieIie-
HUS PAKETHBIX KEPOCHHOB B TPHUPOJHBIX BoOJaX. Tak,
npenen oOHapyxeHus s kepocuHa PI-1 cocraBnser
0,0015 mr/mn, a s kepocuna T-1 — 0,0022 mr/m, yto
CYIIECTBEHHO HHWXeE YycTaHoBiIeHHOro 3HadeHus I[IJIK
(0,01 mr/n). 0,005 —
0,05 mr/m.

CXoguMOCTh ¥ BHYTPHUIA0OPATOPHYIO TPEIU3HOH-

Jwnama3on  JIWHEWHOCTH —

HOCTB PEe3yJIbTaTOB OLICHHBAIN Ha IBYX YPOBHSIX KOHIICH-
TpalMy Ha IPUMEPE MOJICJIBHOTO oOpasina (tadi. 4). Cxo-
IVIMOCTH PAcCUUTHIBAIN TI0 TPEM PEe3yibTaTaM OIpeJieIe-
HISI KEPOCHHOB B IPo0e, TOyYCHHBIM B TEUCHHE OJJHOTO
IHsI. BHyTpHmabopaTropHyo NperM3HOHHOCTh — IO pe-
3yJbTaTaM, TOJydCeHHBIM B TEUCHHE MATH AHEH. Cxomu-
MOCTB PE3yJBTAaTOB B HCCICAYSMOM JHAlla30HE KOHIICH-
tpanmii (0,005 — 0,05 mr/m) cocrasnster ot 18 10 9 %, a
BHyTpHi1aboparopHas npeuu3noHHocTb — oT 20 10 10 %.

Tadmuua 4. Cxomumocts (17 = 3; P = 0,95) u BHyTpunadopaTopHas
npenuusuoHHoCTh (7 =35; P =0,95) pe3ynbTaTtoB OmpeaeneHus pa-
KETHBIX KEPOCHHOB B BOJIE

Mapka Bsezeno, . Crenenp Mapka Konnenrpanus, CxoamMocTs, BryTpunaboparopHas
Haiizieno, mr/n o o o
KEpOCHHa mr/n u3BIeUeHUs, % KEpOCHHa Mr/n % HPELU3UOHHOCTD, %o
PI-1 0,01 0,012 £ 0,003 94 +7 PI-1 0,01 14 18
0,05 0,053 + 0,006 85+8 0,05 9 12
T-1 0,01 0,013 + 0,005 96+9 T-1 0,01 16 20
0,05 0,054 £ 0,007 89+9 0,05 10 13
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Puc. 6. Xpomarorpammbl 06pa3ia NpUPOJHOI BOJIBI 110 BEIOPAHHBIM HOHaM 11/z: a — 85; 6 — 81; 6 — 95; 2 — 193 ¢ 106aBKOM paKeTHOTO Ke-
pocuna T-1 (0,005 mr/n) mocse NPOBEAEHHs MUKPOSKCTPAKIKK (YCIOBHUS U3BJIECUEHHUS U XPOMATO-MACC-CIIEKTPOMETPUUYECKOTO ONPEIETCHHUS

IPUBEJICHBI B TEKCTE)
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Ha puc. 6 mpencraeneHa xpomarorpamma o0Opasia
HPUPOTHOI BOMBI, 3arPSI3HEHHOTO PAKETHBIM KEPOCHHOM
T-1. Kak BuaHO, Memaromniee BIUSHUE MPUPOIHBIX KOM-
MIOHCHTOB BOJI IIPU JAHHOM CIIOCO0E M3BICUCHHUS JUIS BEI-
OpaHHBIX COCIMHCHUI HE3HAUYUTEIHHO, YTO TO3BOJIICT B
BBIOPAHHBIX YCJIOBHUSX JOCTOBEPHO OMNPENENSTh HHU3KHE
COJIEpKAHUS KEPOCUHOB.

Takum 00pa3oM, B X0€ POBEACHHOM PabOTHI Mpea-
JIOKEH CIIOCO0 OIPEACTICHUS HIU3KUX COICP)KAHUN paKeT-
HBIX KepocuHOB Mapok T-1 u PI'-1 B npuponHsix Bogax,
BBIOpAHBI YCIIOBHS MX BBIACICHHS U3 BOJ C MCIIOIH30Ba-
HUEM BapUaHTa IUCIIEPCHUOHHON >KHUIKOCTHO-)KHIKOCT-
HOW MMKPO3KCTPaKLHH, a TAKKE ONTUMU3UPOBAHBI YCII0-
BUS MAaccC-CIIEKTPOMETPUYECKOTO JIE€TEKTUPOBAHUSA H
ra30-xpoMarorpauueckoro pasieieHuss OCHOBHBIX KOM-
MIOHCHTOB HCCIEIyEeMBIX THIIOB TOILIMB. Pa3paboranHas
METO/IMKa ONpEIENICHUs] PAaKEeTHBIX KEPOCHMHOB Xapakre-
pH3yeTcss HU3KUMH IpefeiaMu OOHapy)KEHHS, BBHICOKOM
CEJIEKTUBHOCTBIO, NMPUEMJIEMBIMH TOYHOCTBIO M CXOIH-
MOCTBIO.
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