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ONPEAEJIEHUE CPEJHEJIETYUYUX OPTAHUYECKUX
COEJIJMHEHMI B IPEMAPATE “OKTPEOTHI” METOJAOM
XPOMATO-MACC-CIIEKTPOMETPUH

N.H. I'ma3koB, U.A. PeBeabckuii
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Iosry4eHbl JaHHBIE 0 COCTaBe NMPUMecel cpeHeeTyYuX OPraHuYecKuX coeJMHEeHUH B
npenapare “OKTpeoTua” ¢ UCMOJb30BAHMEM CBEPXKPUTHYECKOH (PIIOUIHOI IKCTPAK-

UM ¥ XPOMATO-MACC-CIIEKTPOMETPHH.

IIprunHON OMacHOCTU IpHUEMA JIEKAPCTBEHHBIX IIpe-
MapaToB MOXKET OBITh HAWYUE Pa3THIHBIX MPUMECEH,
00amamux HeXenaTelbHBIM (apMaKoJIOTHYECKUM U
TOKCUKOJIOTUYECKUM JIEMCTBUEM, U 3TO JIEUCTBUE MOMKET
OBITH CHJIBHEE TOJOXKHTEIHHOTO 3(dekTa OT mpuMeHe-
HUs JekapcTBa. Kpome Toro, mpumecu MOTyT MellaTh
MPOSIBIICHHUIO (hapMaleBTHUYECKUX CBOWCTB JIEKAPCTBEH-
HOT'O BELIECTBA.

ITo coBpeMeHHBIM TpeOOBaHUSAM HWKHUI Tpeaen pe-
THCTPUPYEMBIX OPraHUYEeCKUX MpHMeceil B (apmMares-
TUYECKUX mnpenaparax coctasiser ot 0,05 mo 0,1%, B
3aBHUCUMOCTH OT mpemnapara. Ilpumecu ¢ KoHIEHTpanu-
el BBIIIE ATOT0 YPOBHS JOJKHBI OBITH WACHTU(GUIHPO-
BaHbl [1]. OnpeneneHue nmpuMeceid Ha OoJiee HU3KOM
YpPOBHE (10_3 % u HIKe) TpeOyeTcs JIMIIb B psAe CIy-
YyaeB, OHAKO Bce OoJiee aKTyaJbHBIM CTAHOBHUTCS CHH-
JKEHHE TPEAeNIoB OOHAPYKEHHS B CBSI3M C HaKOIICHHEM
WHPOPMAIMK O MaryOHOM BIIMSHUHM TPUMECEH, MPHCYT-
CTBYIOIIMX B (apMaleBTHUECKHUX IpernapaTax Aaxe Ha
yposre 107" -107 %.

B Hacrosmiee Bpemsi opraHudeckue MpUMECH OIpe-
JEJISAIOT, KaK MPaBHJIo, XpoMarorpaguuecKuMu MeToza-
MU, U3 KOTOPBIX BBICOKOA((EKTUBHAS KUAKOCTHAS XPO-
matorpadpus (BOXKX) npumensiercs B OONbIIMHCTBE
clly4yaeB TNpPU ONpeIeSIeHUN CpeaHe- U MajoJIeTydux
BemiecTB [2-5]. Ilpenen oOHapykeHUS B CTaHIAPTHBIX
(apMaKomeHHbBIX METOAMKAaX COCTAaBISAET 107107 %.
ATNBTepHaTUBHBIMH METOJIAaMU [UIS PELISHMs 3aJa4ydl OIl-
peneneHusl NpuMece B JIEKAPCTBEHHBIX Mpenaparax siB-
JSIOTCS METOABI BBHICOKOI(P(PEKTUBHON TOHKOCIOWHOM
xpomarorpaduu [6, 7], razoBoit xpomarorpaduu (I'X)
[8, 9] m pexe CBEpXKpHUTHUCCKON (QIIIOMIHON XpoMaTor-
paduu [10, 11], a Takke KanmWUIAPHOTO ANEKTpodopesa
[12, 13]. Metoxa I'X mpumeHHM B TOM cCiydae, Koraa

* IOV — noHU3anus 3IeKTPOHHBIM YIapOM.

MIPUMECH SIBIISIIOTCS TEPMOCTAOMIBHBIMU U DITIOUPYIOTCS
W3 KOJIOHKH 0e3 pasnoxkeHus. HeoOXomuMo OTMETHUTB,
YTO TOJAaBIsOIIee OONBIIMHCTBO PabOT MOCBSLIEHO
ONPENEIICHUIO 3aJaHHBIX IpuMeceil. B ciyuyae HeusBec-
THBIX IpUMeced HeoOXOOUMO NMPOBEIEHUE IperBapHU-
TelbHOU uaeHTUUKanuu. Maentudukanus Hanodoaee
JOCTOBEPHO OCYLIECTBIISIETCS NMPH HCIIOIB30BAHUU COYE-
taausa I'X ¢ macc-criekrpometpueit (I'X/MC).

Ienpro HacTosimel pabOTHI OBLIO MCCICIOBAHUE BO3-
MOXHOCTH ucnonb3oBanus [ X/MC (UJVY) B coueranun
C Pa3IUYHBIMH METOIAMHM BBIACICHUS U ONPEAEICHUS
CpermHeseTyuux npuMmeceil B (apMiipenapaTax Ha Mmpume-
pe mpemapara “OKTpeoTun’.

Uccnemyemsbrit nmpenapar ObIT 3aKyIUIEH B alTeYHON
cetd. KoHneHTpanusi OCHOBHOTO KOMIIOHEHTa B Ipernapa-
Te coctaBisia 0,01%.

i BBIAETIEHNS MpUMEcEl MCIOIb30BaM CBEPXKpU-
TUYECKYIO (DIIOMIHYIO SKCTPAKLHUIO, KOTOPYIO MPOBOIM-
JM C TIOMOUIBIO Hacoca JUIsl CBEPXKPUTHUECKOH (uron-
Hoit skctpakiuu SFE-300 (Carlo Erba Instru-ments,
Uranust) u3 staeiikun oovemoM 12 mi. Sueiiky ¢ 5 Mo uc-
CJIEAyeMOro mpenapara MOMeIlalld B YCTaHOBKY JJIs
cBepxkpuTuueckoil duronmgHol skcTpakmun SFE-30
(Carlo Erba Instruments, Utanusl) u TepMOCTaTHPOBATU
B Teuenue 5 muH npu 50°C. Jlanee mpoomumu COD B
JUHAMUYECKOM BapHAHTE CBEPXKPUTHUYECKUM IHOKCHAOM
yriepona npu aasineHnn 250 atM. YnctoTta ucnonb3ye-
MOTO JHUOKCHIA yriiepona cocranimsuia 99,995 %. Ilorok
AKCTparupymomei ¢Gaspl cocTaBmsl | MI/MUH (IO JKHAKO-
ctu). Ha BpIXofe M3 3KCTPAKIMOHHOW CHCTEMEI BeIIe-
CTBa YJIaBJIMBaJK COPOIMOHHBIM YCTPOWCTBOM, KOTOPOE
MPENCTABISII0 COO0OH METaNINYECKy0 TPyOKy AJIMHOM
4 cM U BHYTPEHHHMM IUaMeTpoM 3 MM, HalOJHEHHYIO
aKTUBHPOBAHHBIM YIJIeM, copOeHTOM TeHakc u copOeH-
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Taonumna 1

IIpeanonaraemslii cocTaB npuMeceii, Bbl1eJeHHBIX U3 npenapara “Oxkrpeorua” MmeroqoM CPD U 3aperucTpupoBaHHbIX
metogom I'X/MC (MJY) ¢ ucnojib3oBanuem 6udauorexku macc-cnektpos NIST

XapakTepuCTUYHBIC HOHBI CoenuHeHne Monn. Bpyrro-
Macca (bopmyna
55,69, 83,97, 111, 168, 196 1-I'excaznekanon 242 Ci6H340
73,55, 185, 228, 282,97, 129 Heunentudunupoato - -
60, 73, 129, 185, 228 MupucTUHOBASI KUCIIOTA 228 C14H50,
88,101, 57, 157, 256, 211 OTUNOBBII A(Up TeTpaneKaHOBOW KHCIOTHI 256 Ci6H3,0,
60, 73, 129, 199, 242 IlenTagexaHoBast KHCJIOTa 242 C15H300,
73, 60, 129, 256,213 I'excanexanoBast KUCIOTA 256 C6H3,0,
88,101, 149, 284 OTUOBBII AUP rekcaaeKaHOBOM KUCIOTHI 284 C3H360,
88, 101, 157,312 DTHIIOBBIN 3P OKTAICKAHOBOI KUCIOTHI 312 C,0H400,
149, 167,279, 57,71, 390 JlunzookTrinoBslit adup 1,2-6eH30111KapOOHOBOM 390 Cy4H330,
KHUCJIOTBI

Taonuma 2

IIpennonaraemsplii cOCTaB CHJINJIHPOBAHHBIX IPUMeceii, BbIIeJeHHBIX U3 npenapara “OKkTpeoTun” u
3aperucTpupoBanHbix MeTogqoMm I'X/MC (MJY) ¢ ucnonbs3opanuem 0udanorexn macce-cnektpos NIST

231, 147, 134, 184, 99, 117, 273

305, 134, 184, 147, 117, 247

XapaKTepUCTUYHBIC HOHBI CoenuHenue Mon. Bpyrro-dopmyna
Macca
147,247, 189, 134, 219, 289 TperOyTHIANMETUICHINILIOBBII 2)Up YKCYCHON 304 C14H3,05S1,
KHUCJIOTBI
147,261, 134, 189, 233, 159, 115 TperOyTUIANMETUICHITNILIOBBIH P 318 C5H3405S1,

HpOHﬁHOBOﬁ KHUCJIOTBI

N,N'—6uc—(TpeTOy THI—IMMETHICHTAIT)MOYeBUH | 288

Heunentuduunponano - -

C3H3N,0S1,

ToM Xpomocopbom W ¢ 15% SE-30 B ykazaHHOM T0-
psake. 30HBI Pa3IMYHBIX COPOCHTOB BHYTPH TPYyOKH OT-
JEJSUINCh APYr OT Apyra KBapLieBOil BaToil. YiaBiuBaHUE
OMpeaACTIACMbIX BCIICCTB NPOBOAWIM IIPU MOTOKE C Ha-
npasieHueM oT xpomocopba W ¢ 15% SE-30 k yrimro.
[Ipu TepmopecopOIHK TIOTOK Ta3a MPOIycKand B o0Opar-
HOM HaIIpaBJICHUU.

JJis BBOAa OPraHUYECKUX COECAUHEHUU B ra3oBBIN
xpomarorpad COpOIIMOHHOE YCTPONCTBO MOIKIIOUYATIH K
ra3oBOW JIMHWH, UIAyIIeH U3 OajiioHa K CHUCTEME TaKhM
00pa3oM, 4TOOBI TIOTOK I'a3a-HOCHUTEINsl BXOMWI B Harpepa-
emoe 10 270°C copOLUMOHHOE YCTPOWCTBO Yepe3 Ta30BYIO
JIMHUIO, & BBIXOAWI 4Yepe3 WMy B WHXKEKTOP XpoMarorpa-
¢a. Bpems TepmozpecopOimu coctapisuio 9 mun. [Ipumecu
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Tabnuma 3

CBoHbI€ IaHHBIE 110 COCTABY NMPEAINoJIaraeMbIX NpuMeceii u
OLIEHKA MX COJepPIKaHHUs B HCCIELYEMOM pacTBope

IIpenonaraemoe coenuHeHne ConeprxaHue, MKI/MII
1-TI'ekcamexkanon 0,003
Heunentudumpoano 0,0007
MHUpHCTHHOBAs KMCJIOTa 0,02
OTunossli 2¢pup TeTpaseKaHOBOH KHCIOTH 0,002
IlenTanekaHoBast KHCI0TA 0,004
TexcagexanoBast KHCIOTa 0,05
OTHIIOBBIN 2Hp TeKCaCKaHOBOMH KHCIOTBI 0,009
OTHIOBBIN 2(HDP OKTAACKAHOBOI KHUCIOTHI 0,003
JIMu300KTHIIOBBIIT 2up 0,03
1,2-6eH30111KapOOHOBOM KUCIOTHI

YkcycHas Kucnora 0,02
IIponanoBas kucinoTa 0,2
MoueBuHa 0,04
Heunentuduimpoato 0,02

(hoxycupoBany B Hadalle KaMMJUIIPHOW KOJIOHKH.

Jns obecrieueHust BBIIENEHUS W XpOMarorpaguyecko-
rO OINpeneNeHus MOSIPHBIX OPTaHWYECKHUX COCTUHEHHIH
CpemHel JeTy4ecTH, razoxpoMarorpapuueckoe ornpesesne-
HUE KOTOPBIX HANpsSMYIO0 3aTPYIHUTEIbHO, OblIa MpoBe-
JIleHa XUMHAYecKass MOMU(pHUKANNS dTHX COCAWHEHHUH C Ofl-
HOBPEMEHHOU AKCTpaKLUEH NPOAYKTOB PEAKLUU NPU
ucnons3oBanun MTBCDOA*,

DKCIEPUMEHT MPOBOAUIN CIEAYIOMHUM 00pa3oMm.
3nauenue pH wmccnenyemoro mpemapara (1 mir) moBoxmu-
M 10 2 en. ¢ moMombio 2N COJISHOM KHMCJIOTEI, 3aTeM
yImapuBaiu JocyXxa B TOke a3zoTa. Jlamee moGaBisim
20 MKJ AuxjopMeTaHa M TAaKKe yHapuBajiud J0CyXa B
Toke azoTa. Omepalnuio MOBTOPSIM JBa pasza. 3aTeM K
ocrarky nobasmsuu 200 mxn MTBCT®A, obpabarsiBanu

* MTBC®A — metuntpercunnidropaneTaMu.

B YIBTPa3ByKOBOM ITIOJI€ B TEUCHHE 5 MUH M TEPMOCTaTH-
poBanu nipu 50°C B Teuenue 1 4. [lomydeHHBI pacTBOp
neHtpudyruposanu npu 4000 o6/MuH B TeueHHE
20 MUH, NEPEHOCUIIM IKCTPAKT IIMPULIEM B CHELHANb-
HYI0 KOHMUYECKYI0 CKJISIHKY M yHapHuBalM B TOKE a30Ta
1o 20 mka. IMomydennsii pactBop (1 Mxi1) aHanu3upoBa-
mu merogom I'X/MC.

Hns nposenenus ['X/MC-ananu3a MOJyYeHHBIX 3K-
CTPaKTOB HMCIIOJB30BaIN MacC-CIEKTPOMETP (GHUPMBI
Finnigan (momens “Incos50”) B co4eTaHWH C KamuJ-
JSIPHBIM Ta30BbIM XpoMmarorpadom “Varian-3400”. Pas3-
JIeJICHHE NPpUMECEN IPOBOJUIIN Ha KalWJUISIPHOW KBap-
IeBOW KOJOHKE ¢ HemoaBWXHOU ¢azoir RTX-5
(30 Mx0,32 MMX1 MKM) ¢ HUCHOJNB30BAHUEM PEXKUMA
MPOTPaMMUPOBAHUS TeMIEpaTyphl

(50°C(10 Mun) — 10°C/mun - 290°C(30 Mu)).

Hunanazon ckanupoBanus coctasiaan 50-500 a.e.m.;
Temneparypa ucrounuka 180°C.

Jnis mpoBeneHus uaeHTH(OUKAUE 3apETUCTPUPOBAH-
HBIX TpUMeEceil UCTIONb30BaNy OMOIMOTEKY Macc-CIEKT-
poB NIST, noiay4yeHHBIX MOHHU3ALUEH 3JIEKTPOHHBIM
yaapom.

Metonom I'X/MC (MUDVY) Obln1 mpoaHalu3upOBaH
Bech 00beM momydeHHOro CDD 3KcTpakTa MCCIeayeMoro
npenapara ¢ HCIOJIb30BaHHUEM CIEIHATBHOTO COPOIMOH-
HOTo Kaprpumka. llpennonaraeMelii cocTaB 3aperucTpu-
POBaHHBIX MPUMECEH TpencTaBiieH B TaOm. 1.

Metonom I'X/MC (MUDVY) Obl1 mpoaHalu3upOBaH
9KCTPAKT M3 HCCIEIYyeMOro Ipemnapara Mmociie mpoBese-
HUS PEaKIUU CUIHIIAPOBAHUSA C HMCIOJH30BaHUEM
MTBCT®A. TlpeamnonaraeMblii COCTaB 3aperucTpUpo-
BaHHBIX IpUMECEil MmpeacTaBieH B Tadm. 2.

B Tabn. 3 mpuBeneHb maHHBIC MO OIEHKE COAepKa-
HUsL B UCCIIEIyEeMOM Mpernapare 3aperucTpHUpPOBAHHBIX
npumMeceid B Mr/mia. OUEHKY COIEp)KaHUs MPOBOIHIIH
METOZIOM BHEINHEro craHaapra (Hadranun-dg), mpu 5ToM
JOITYyCKaJIk, YTO YYBCTBUTCIIBHOCTbL ACTCKTHUPOBAHUA BCEX
3apErMCTPUPOBAHHBIX COCAMHEHMI ObLla OJHA U Ta KE U
YTO CTETeHb W3BJIEUYEeHHUs MpUMEcel W3 IMpermapara BO
Bcex ciyyasix Obuia omuHakoBoi (100%) mis Bcex 3ape-
TUCTPUPOBAHHBIX MpuUMecel. PeanbHoe coaep:kaHue npu-
Mecelt MOXeT OBITh OOJIbINIE NMPWBEACHHBIX 3HAYCHUH
WM PaBHO HM.

Kak BHIHO WX TPHUBEJCHHBIX B Ta0J. 3 NAHHBIX, C TO-
Momisio Merona ['X/MC (MDY) u pa3lIuUHBIX METOIOB
BBIJICJICHUsT B 00pasiie npernapara “OKTpeoTH” 3aperucr-
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pupoBano 13 mpumecel, 1Be M3 KOTOPHIX HE HIACHTH(H-
IUPOBAHbI MIPU KCIOIB30BAHUN OOIICIPUHSTOrO TOIXO0/A,
OCHOBaHHOT'O Ha TOWUCKE B OMOIMOTEKE MAaCC-CIEKTPOB
NIST. Onienka cofepxaHusi 3apErUCTPUPOBAHHBIX TTPUME-
ceil B uccnexyemom pactBope coctaBuia ot 0,0007 mo
0,2 mxr/mn. CriemyeT OTMETHTh, YTO B CBSI3U C HEOOXOIH-
MOCTBIO pabOThI ¢ pa30aBICHHBIM BOIHBIM PacTBOPOM
AKTUBHOTO BEIECTBA, & HE C CyOCTaHIMEH, T.€. BCIEa-
CTBHE MaJION BEJIMYMHBI MPOOBI MCCICIYEMOTO Tperapara,
rpezen OOHapyKeHHsI WCTIONB3yEeMBIX METOIOB OIpezese-
HHUSI OBUI JTOCTATOYHO BBICOK.

B pamkax mpoBeneHHON paOOTHI MOMYYEHBI TAaHHBIE O
COCTaBe NPUMECEl CPEIHENeTYIHX OPTaHMYECKHX COCIH-
HeHul B mpemnapare “OKTpeoTun’ ¢ HMCHOJIH30BAHUEM

pa3IUYHBIX METONOB BhIAENIeHUS u Metoma ['X/MC
(U3Y). IlpoBenenHas uaeHTU(GHUKALMS 3apETHCTPUPOBAH-
HBIX TIPUMECEH C HMCIOJIh30BAaHHEM HKCIIEPHUMEHTAIBHBIX
Macc-CIeKTpoB u OombnmmoTtekn Macc-criektpoB NIST mo-
Kazajia, YTO B COCTaB MperojiaraéMblX COCAWHEHHUH BXO-
UM KapOOHOBBIE KHUCIOTHI M MX d(QUPHI, a TaKKe MO-
YeBUHA W TEeKCaJeKaHOIL.

B 3akmrouenne HeoOX0OUMO elie pa3 MOAYEPKHYTD,
YTO TIPHUBEICHHBIE JAaHHBIE MO COCTaBy OPraHUYeCKHX
IIpUMecei SBISIOTCS MPENBApPUTEIBHBIMU U TPeOyIOT
YTOYHCHHUS B JaJbHEHIIEM.

Pabora BbINIONHEHA B COOTBETCTBUH C KOHTpakToM c mpencraBurenscTBoM pupmsl “HOBAPTUC ®APMA CEPBUCE3
HNHK”.
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