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OAHOBPEMEHHOE OIIPEJAEJIEHUE TPUBYTUWI®OCPATA N XOJIATA HATPUA
B IIPEITAPATAX KPOBU METOAOM BBXKX-MC
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Cmamusa nocmynuna 11 urons 2014 2.

TpubyTridocdar 1 Xonar HaTpust HCTIONB3YIOT IIPY MHAKTHBALIMY BUPYCOB B IIPEMaparax u3 JOHOPCKOI
KPOBH, KOHTPOJIUPYSI COICPIKAHUE ITHX COSANHEHHUI B TOTOBBIX MPOIYKTaxX. [IpeioxkeH mpocToi cro-
€00 1MpOoOONOATOTOBKY M OTHOBPEMEHHOTO ONPEACIICHUS] OCTATOYHBIX KOJIMYECTB TpuOyTHidocpara u
X0JIaTa HATpUs B Mperaparax KpoBU MeTooM obOparteHHO-(ha3oBoit BOXX ¢ MC nerekTnpoBaHueM.
TlonrotroBka mpoOkI MPOCTa U BKIIFOYAET JIHIIIb OCAXKICHHE OSIKOB, CIOCOO TO3BONSIET ONPEALISITh 10
12,5 u 0,35 mr/n xonara Harpusi 1 TpuOyTridocgara ¢ OTHOCUTEIILHOW NOTPEIHOCTHIO He Oonee 11 n

7 % COOTBETCTBEHHO.

Knrouessle cioBa: Tpulyruindocdar; Xonar; 1e30kcuxoar; npenapars! kposy; BOXX-MC.

AktyanpHOCTE ompenencHus TpudyTuidocdara (ThD) u
xonata Hatpus (XH) oOycioBieHa MX HCIOJIB30BAHUEM
IIPU CONBBEHT-ICTEPTEHTHON 00paboTKe HApsAy C IPyTH-
MH HHaKTHBAaTOPaMH BHPYCOB B IIPOHM3BOJACTBE IIperapa-
TOB KPOBH M3 JJOHOPCKOTO MaTepraia ¥ HeOOXOJMMOCTEIO
KOHTPOJISI COZEPIKAaHMSI 3TUX COCAMHEHHUH B TOTOBOM IIPO-
aykre [1 —2].

CyIecTBYIOT pa3zHo0Opa3Hbie CIIOCOOBI pa3ieIbHOTO
ompeneneHust pochopopraHMUECKIX COSAUHCHUH U Jie-
TEPreHTOB B Pa3IMYHBIX 00bekTax. Tak, 0030pHas CTaThs
[3] mocesieHa onpeneneHuIo X0JIeBbIX KUCIOT. Hanbo-
Jee MHUPOKO MPUMEHSEMBIM METOIOM OIpPEICICHUS yKa-
3aHHBIX COCINHCHUH SIBISICTCS Ta30Basi XpoMaTorpadus, B
TOM YHCJIe C MacC-ClieKTpoMeTpuueckuM [1, 4 — 6] u ma-
MEHHO-()OTOMETPUIECKUM JETEKTHPOBAHUEM [7].

ABTOpPBI paboThI [8] 0TMeUaroT, YyTO IJIaBHOUM TpobIe-
MO TIPU OTpPEIENICHNH JKEIYHBIX KHUCIOT B OHOIOrHye-
CKHX 00pa3iax sBIAETCS HEMOoJMHas OTKPhIBAEMOCTh aHa-
JIUTOB BCJIE/ICTBUE TIOXOW 3KCTpakiuu. [Iponeayps! 3kc-
TPaKIMH JKEITYHBIX KUCIIOT U3 TKaHEH HMCCIICIOBaHbI B pa-
oore [9].

ABTOpBI paboThl [10] OTMEUAIOT, YTO MHOTOATAITHAS
poOOIIOATOTOBKA TPH OMPENEICHHH JKETUYHBIX KHCIOT
METOJIOM Ta30BOH XpoMarorpadyu, BKIIOYAIOIMIAS JKC-
TPaKOuio, (paKIHOHHPOBAHHUE, CONBBOIH3, TUAPOIN3 H
MOAN(DUKANNIO, TPUBOAUT K MOTEPSM KOHTPOIHPYEMOTO
COCAMHCHHSI W YCIIOXKHSCT OIpEIeNieHne, 4To Tpelyer
NPUMCHCHHS MMOIXOMSAIINX BHYTPECHHUX CTAaHIAPTOB, JIO-
0aBsIeMBIX B 00pasmbl emie 10 Hadana oopabotku. Jlis
OTIPEICTICHUST METOIOM Ta30BOH XpOMAaTOrpa(uu XOIEBbIC
KHCJIOTBI Yalle BCEro MOOU(HUIUPYIOT 3TepUPUKAIUCH
KapOOKCHIJILHON TPYIIIBI U CUJIMJINPOBAHUEM (TPUMETHII-
CWJIaHOM) TUAPOKCHIIBHBIX rpynm [8]. M3BecTeH crnocoo,
Korja ¢ 1esiblo MOAM(UKAUUM TPUMEHSIOT HeHTadTop-
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IPOMAaHONT W TEHTAPTOPIPONUOHOBEIH aHTuapun [1].
B nocnennee BpeMs Bce IIUpE NPUMEHSIOT METOA
B2XX-MC. Apropsl paboTsl [11] mokazanu KOppessuio
Pe3yNbTaToB, MoydeHHbIX MeTonamu BOXKX u I'X, npu-
geM Meron BOXKX-MC/MC oxkaszancst ©oiee MPOCTHIM
Y YyBCTBHUTEJIBbHBIM.

H3BecTeH crnoco® OmpeAeneHusl OCTaTOYHBIX KOJIH-
yecTB Je3okcuxonara Harpus (IXH) B Buge xomriekca ¢
METHJIEHOBBIM TOJyObIM, B cocTaBe KoToporo JIXH wus-
BJIEKAIOT U3 TKAaHU XJIOPO(POPMOM, C MOCIECTYIOMINUM U3ME-
PEHHEM ONTUYECKOU IIOTHOCTH mpH 653 uM [12].

ITockonbky Th® u XH npuMeHSIOT A7 WHAKTHUBa-
MM BUPYCOB B Ipernaparax AOHOPCKOH KPOBU OIHOBpe-
MEHHO, UX pa3/leNbHOE OMpPEAEICHUE YABAUBAET TPYJ0EM-
KOCTh aHanu3a. IIpobraeMsl sxe OTHOBPEMEHHOTO OMpeie-
nenus Th® u XH BbITEKalOT U3 UX Pa3HOU XMMUYECKOI
HPUPOIBI U MPEAETBHO JOIYCTUMOIO COIEPXKAHUS B aHa-
JTU3UPYEMOM OOBEKTE, YTO HY)KHO YUUTHIBATh MPH TOATO-
TOBKe MpoObI. Llenb ganHOI paboThl — pa3paboTka cIo-
co0a poOOMOATOTOBKH U OJJHOBPEMEHHOTO OTPEJICIICHUS
Tb® un XH B npenaparax kposu Metopom BOXKX-MC c
MUHUMAaJIbHBIMU TPY/I03aTpaTaMu.

Annapamypa, peaxmusbl u onpedensemvie coeou-
Henus. BBUTM MCHONB30BaHbl peareHTh TpUOyTHIdochar
(99 %, Sigma), xonar Hatpusi (99 %, Sigma), nAe30KCH-
xonat Harpus (99 %, Sigma), pactBop anpOymuHa 10 %
(OTVII «HITO Bupuony).

Mg ananusa  ucnons3oBan  BOXKX  cucremy
Surveyor (Thermo, CIIIA) ¢ MC neTeKkTopoM «HOHHAs
nopymka» LCQ Advantage MAX (Thermo, CILIA).

Hapamempovr BOJKX pazoenenus. AHann3 ocymecTB-
nsuii Ha kojionke HyperSil Gold C18 4 x 150 MM, 5 MkM
(Thermo, CHIA). YcnoBus BOXKX pazgeneHust noaOu-
painu takuM obpazom, utoOsl XH, Th® u JIXH otaenuts
JpYyT OT Apyra U OT HeyAep>KUBAEMBIX B OoOpamieHHO-(pa-
30BOH Xpomarorpaduu NOIIPHBIX coenuHeHui. Hammyu-
e Pe3yabTaThl OBIIM TOJyYCHBI HPU HCIIOIB30BAHUH
rPaJUMEeHTHOIO AIIOMPOBaHUSI 110 CIEAYIOIIEH IIPOorpaMMe:
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Puc. 1. Xpomarorpamma (@) n macc-crektp (6) cranaapTHoro 5 %-Horo ans0ymunosoro pactsopa Th® (1 mr/x), XH (50 mr/m) u JXH

(50 mr/m)

ot 0 10 0,6 mur — 30 % smroenTa A (BBOJ 11po0sI), oT 0,6
1o 6,0 Mmua — 5% A; 6,0— 11,5 mua — 30 % A, cror.
B kauectBe amoenta A wucnonb3oBasin 0,2 %-HbI pac-
TBOP MYPaBbMHOM KHUCIIOTHI B BoAe, MoeHT B — 100 %
aneroHutpmsi (CH;CN). CkopocTh TOTOKa 3JFOCHTa —
0,5 mi/muH, 06beM 1podbl — 10 M. Temmeparypa —
koMHartHas (20 °C). BpemeHa BbIXoa KOMIIOHEHTOB B Ta-
KHUX ycinoBusix coctaBuiu: (3,72 +0,02) MuH [uig xonara
Harpus, (5,12+£0,05)MuH gns jge3okcwxojara  u
(6,48 + 0,06) mun s TpudyTHIdOChaTa.

Tlapamempor MC oemexmuposanusi. MC neTexTop u
unTepdeiic ESI (anekTpocnpeii) HacTpauBasid MO Kax-
JIOMY U3 TPEX ONpEACNsEMbIX COCIUHEHHN C TOMOIIBIO
BCTPOEHHOH Mporpammbl. BpyuHyto moaOupaiu TOJNBKO
temrieparypy kammuiipa (250 °C) u ckopocTd pacxona
azora (Sheath Gas u Sweep Gas — 25 u 9 apOuUTpaKHBIX
€IMHUI] COOTBETCTBEHHO I10 TEPMHUHOJOTHH (UPMBI
Thermo), oOecneyuBaromiue MaKCHUMaJbHBIA CHTHAI
MOJICKYJSIPHOTO HOHA. J[eTeKTHPOBaHUE OCYIICCTBILLIH
B pexxume SIM mo m/z =453, 437 u 267 mia XH, IXH
u Tb® coorBercrBenHo. lllupuHa okHa QuiIbTpa Macc
cocTaBisuia Bo Beex ciyyvasx 2 a.e.M. XH u JIXH peruct-

Taomuua 1. Crenens ussnedeHus Thd, XH u AXH (%) npu pasz-
HBIX YCJIOBHUSIX ITpobonoarorosk (n = 3; P =0,95)

Ananur CCl;COOH CH;CN CH;CN + NH,
XH 0 12+3 88+ 3
Tb® 93+3 92+3 89+3
JXH — — 88+3

pupoBanu B pexxume ESI- ([M-H]), a TB® — B pexxume
ESI+ ([M+H]"). IlepekmtodeHue pEeKUMOB ICTEKTHPO-
BaHUS OCYIIECTRISIIOCh aBTOMATUYECKH TI0 X0y ITPOIec-
ca BOXKX paznenenns.

Iloocomoexa obpaszya, pabouux u KarubPOBOUHbIX
pacmeopos. I 0TOBUIIN BOTHBIE PAaCTBOPHI X0JIaTa U JIE30K-
cHMXoyara HaTpus C KOHIEHTpanumer oxono 1000 mr/mx
(B mepecuere Ha XoJieBbIe KUCIOTHI). [lomydeHHbIC pa-
Ooure pacTBopbl ycToiuuBbl pu 4 °C B TEMHOTE B Teue-
HUE JByX Henenlb. PacTBOpbI Ui IpalyMpOBKU FOTOBUIH
pa3baBieHNEM HCXOHBIX 5 %-HBIM PacTBOPOM aibOy-
MuHa. PactBop BHyTpenHero cranmapra (JIXH) nomyuanmn
pasBezieHreM padodero pactBopa JIXH Bomoi 10 KOHIICH-
tpanuu 50 mr/n. U3 tpubytriadocdara rorosumu pado-
4nii pacTBOp ¢ KoHueHrpamueir 50 mr/mn. ITonydeHHbIH
pacTBOpP MOXHO XpaHUTh B TemMHoTe Tipu 4 °C B TeueHue
HEJICITH.

ITonroroBky obpasua mnpemnapara KpoBU WU Ipagyd-
POBOYHOIO PacTBOpa MPOBOAMIM MO OAMHAKOBOI cxeme,
npeaycMaTpHBarolieit ocaxkaeHue 6enxos. Jns 3toit nenu
ObUIM M3YYEHBI alleTOHUTPHII U TPUXJIOPYKCYCHAsT KUCIIO-
ta B Buae 30 %-Horo BomHOro pactopa. [IpumeneHue
TPUXJIOPYKCYCHOM KUCIIOTBI /ISl OCa’KACHUS OCNKOB acT
OTJIMYHBIC PE3YJbTaThl MPU OMpeeeHUN TpuoyTuidoc-
(baTa, HO ee HUCTOJIB30BAHUE MIPU COBMECTHOM OIIpesere-
HuM Th® U X01€BOH KUCIIOTHI 0Ka3aJI0Ch HEIIPUEMIIEMBIM
10 TOM NPUYNHE, YTO B TAKUX YCIOBHUSAX MPOUCXOAUT IMOJI-
Hast motepst XH B pe3yipTare coocaskaeHus ¢ OeIKOM, 9TO
MOATBEPAWIN HAIIM AKCIICpUMEHTH. B Tabm. 1 mpusene-
HBl JaHHBIC TI0 CTENICHHW M3BJICUCHUS OMPEACIIEMBIX CO-
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Puc. 2. Xpomarorpamma (a) n Macc-CIeKTp (6 ) IpOU3BOJICTBCHHOTO 00pa3iia NMMYHOIIOOYIHHA «22s» ¢ 1o0aBIeHIEM BHYTPEHHETO CTaH-

napra IXH (50 mr/m)

eIMHECHUI TPH PA3HBIX YCIOBHSX IIOATOTOBKH IPOOBI.
CreneHb U3BJICUCHUS ONPEEIIsUIN IPU CPABHEHHH C IUIO-
IA/bI0 ITMKA COCJMHEHUS M3 CTaHAApTHOTO pacTBOpa B
Bojie (mpuHsTo 32 100 %).

Jlannblie Tabmn. 1 CBUACTEIBCTBYIOT O TOM, YTO JUISI U3-
BJICUCHHSI XOJIEBOW KHCIIOTH HAaHOOJIee MOIXOMUT IIeI0Y-
Has cpeza, co3laBaemas J00aBIEHHEM pacTBOpa aMMHa-
Ka. B xucioil cpene MoieKyia X01€BOM KUCIIOTHI TepseT
3apsj (M3-3a IPOTOHUPOBAHUS €€ aHUOHA) M COOCaXTaeT-
cs ¢ Oenkom. B mienmouHolt cpene, co3naBaeMoll aMMua-
KOM, KHCJIOTa HOHHM3HPOBaHA W COOCAKICHUE PE3KO
YMEHbLIAeTCs, CTeNIeHb U3BJICUEHHS TI0 CPAaBHEHHIO C HEH-
TpPaJbHBIMU PAcTBOPAMU YBEIHUUBAETCS Ooyee 4eM B
mecTh paz, ¢ 10 — 15 1o 90 %. OgHako B mea09HON cpee
CTaHOBHUTCS HECTAOMIILHBIM TpUOYTHIIPOoCchAaT U, COOTBET-
CTBEHHO, CHIDKAETCsI €ro cTerneHb u3pieyeHus. UYro kaca-
eTcsi BHyTpeHHero crangaprta (JIXH), ero creneHs u3Bie-
YCHUA MMOTYUHAIACH TEM K€ 3aKOHOMEPHOCTAM, YTO U IJIsA
xoJara HaTpust. Hy>KHO TOJTBKO OTMETHTB, UTO B YCIOBHSX
B2XXX-MC wuntepodeiica ¢ anekrpopacnbuiennem (ESI)
JIE30KCUXOJIAT HATPHSI IACT BIIATEPO MEHBINUI CHTHAT Ha

TaKOE ke KOJMYECTBO COSTUHEHHUS IO CPABHEHUIO C XOJIa-
TOM HaTpHSL.

OnTuUManbHBI BapuaHT MOITOTOBKM 0Opasla BbI-
msie chnenyromuM oopasoMm. B mukpoueHTpudyxHyO
IpoOUpKy BMECTUMOCTEIO 1,5 — 2 M1 momeranu 100 Mk
aHaJIM3UpyeMoro nmpemnapara (oOpasua), TpUOaBIsIH
50 mxn 30 %-Horo pactBOopa amMmuaka B Boje, 100 Mk
pactBopa JIXH ¢ xoHuentpanmeit 50 Mr/m (BHyTpeH-
HUN cTaHAapT) U 750 MK aneTOHUTpPHIA, BCTPSIXHUBAIN
(BopTekc) 1 MMH ® TIGHTPU(PYTHPOBaIX 3 MUH MpH
10000 — 14000 mur!. Hamocamoynyio >KHIKOCTb OTIIe-
JSUTH M QHAJTH3UPOBAIIH.

['pagyupoBoYHbIE 3aBUCHUMOCTH ISl OIPEICIICHUS
XH n IXH nuHeitHbI B ABana3oHe KOHIEHTPAIUil OT 2 10
200 mr/n, a B cinydae TBD — or 0,5 go 10 mr/a (upu
ycnoBuu 10-kpaTHOTO pa30aBiIeHUS MPU MPOOOIOATOTOB-
ke). OcTaToyHbIe KOJNHYECTBA PEareHTOB, OIPEICIICHHEIC
[1] Ha ocHOoBanmu TpebGoBaHmii EBpormeiickoi (apmako-
e, CBEICHUI 0 TOKCUYHOCTH PEareHTOB M OIbITa 3apy-
OEXKHBIX MTpoM3BOAUTENEH U cocTaBistonue st ThD He
Gosnee 2 mr/n, aus xosiara Harpus He Gomee 100 mr/m,

Tadmuua 2. MeTponornueckue XapakKTepUCTUKU ONpeeeHus Tpudytuindocdara u Xonara HaTpus

Ananut A o B(S) R N LOD, mr/n LOQ, mr/n
XH 361,5 123.9 98,4 0,9944 9 4,1+0,5 12,5+25
Tho 33,4 175,8 4979 0,9963 9 0,12+ 0,10 0,35+0,20

Npumeuanue. LOD (npenen obHapyxkenus) = 3,36/S; LOQ (MUHUMATBHOE Onpenessemoe coxepxkanue) = 106/S, rae 6 — cranmapTHOE OT-
KJIOHEHHE I'paJyHpOBOYHOIT 3aBUCUMOCTH; S — HAKJIOH I'paJlyHpOBOYHON 3aBHCUMOCTH (B), onuceiBaeMoil ypaBHeHneM Y = 4 + BX; R — xo-
a¢durment koppesiuun; N — 4YHCI0 U3MEPEHHUiL.
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Ta6auua 3. IlorpemHocTs onpeneneHus TpuOyTHIGOCchaTa U XoIaTa HaTPHs 110 IPEIOKCHHON METONKE

XH TbD

Bseneno, Mr/n

8,0 20,0 0,50 1,00 1,50
S(n=3) 1025 2501 5230 2527 5004 7507
c 111 142 158 265 208
AS 126 161 179 300 236
) 10,8 5,7 6,3 53 2,8
Haiineno mr/n 8,0+£0,9 20,0 + 1,1 50,0 +2,1 0,50 + 0,03 1,00 + 0,05 1,50 + 0,04

IIpumeuanune. S — cpeaHss IIIOMAAL MHUKA (M3 TPEX U3MEPEHUI); G — CTaHAAPTHOE OTKJIOHEeHHE; AS — HOBEpUTENIbHBII HHTEpBA; & —

OTHOCHUTEJIbHAA NNOTPEUTHOCTD, %.

HaXoAATCA B IMHEHHOM JMHAMHYECKOM JIMara3oHe Mpes-
JIOKEeHHOW MeTonuku. Ee MeTposiorniyeckue xapakTepu-
CTHUKH NPHUBENECHBI B Ta0JI. 2.

Jannple Tabn. 2 MONydYeHBl MPHU aHAIMU3€ CTaHAAPT-
HBIX 5 %-HbIX adb0yMUHOBBIX pacTBopoB Th® u XH mo
TPeM H3MEPEHHUsM AN KaKJOro M3 TpeX ypOBHEH KOH-
nenrpanuii (8,0, 20,0 u 50,0 mr/n g XH u 0,50, 1,00 u
1,50 mr/n ans TB®). XpomarorpaMMbl U MacC-CIIEKTPEI
YKa3aHHOTO pacTBOpA U IMPOU3BOJCTBEHHOTO 00pasia uM-
MYHODIIOOYJTMHA «228» MPHUBEICHBI HAa pHC. 1 U 2 COOTBET-
ctBeHHO. CrarucTudeckass 00padoTKa BEHIIIOIHEHA B MPO-
rpamme Origin 8.2, 3Hauenust LOD u LOQ paccuuTaHbl U3
napaMeTpoB T'PaIyUPOBOYHBIX 3aBUCHMOCTEH COIVIACHO
pexomeHganusm [13].

[IpaBunbHOCT pa3pabOTaHHON METOAUKH MTPOBEPSIN
METOJIOM «BBEJICHO — Hali/IleHo» (Tabm. 3).

Takum 06pa3oM, OZHOBPEMEHHOE OIpeNeleHUue TPH-
Oytundocdara u xonara HaTpUs B 00pa3lax Mpernaparosn
KPOBH SIBJIIETCSI KOMITPOMHCCOM, TPH KOTOPOM dKCIpecc-
HOCTb U TMPOCTOTA OMPEACTICHUs COMPOBOKIAAIOTCA HEKO-
TOPBIM CHW)KEHHEM TOYHOCTH U TPEAeoB OOHAPYKEHUs
M0 CPABHEHUIO C pa3ieibHBIM olpeeneHueM. Tem He Me-
Hee METOJIMKa 00eCIIeYBaeT IOCTATOYHYIO YyBCTBUTEIb-
HOCTb JJIsl pelIeHHs] TIOCTABJIICHHOM aHAIUTUYECKON 3a/a-
4y, a [NOrpPelHOCTs He npesbimaeT 11 % B M3ydyeHHBIX
nuana3zoHax koHunentpanuii Thd n XH.
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