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CIIMCOK HUCIIOJIB3YEMBIX COKPAH_[EHI/H71

CID (JAC) — collision induced dissociation (muccoruanus,
aKTUBHUPOBAHHAS COYJIAPCHUSIMH)

SRM (MBP) —selected reaction monitoring (MOHUTOPUHT 3aJaHHBIX
(BBIOpaHHBIX ) PEAKIIHIA)

HCD (JACIID)  —higher-energy C-trap dissociation (aucconmanus,

AKTHUBUPOBAHHAS COYIAPEHUSMH IPU NOBBIIIEHHON YHEPTUN)

AC — aTTECTOBAHHAs1 CMECh

bAB — OMOJIOTUYECKH aKTUBHBIE BEIIECTBA

BCTOA — Ouc(tpumermncunun)-N,O-tpudTopaneramua
BOXX — BbICOKO?(P(peKTUBHAS )KUIKOCTHASI XpoMaTorpadus
BOTCX — BBICOKO3(D(peKTUBHAs TOHKOCIIOIHAs XpomaTorpadus
I'P — rpagyupOBOYHBIN PACTBOP

I'X — ra3oBasi XxpomaTtorpadus

JAMJT — TAOJHO-MATPUYHBIN JETEKTOP

KXKD — JKUJIKOCTHO-KUJIKOCTHAS DKCTPAKLIUSA

K — uH(pakpacHasi CIEeKTPOCKOIUS

NoP — WOHU3ALUSA DJIEKTPOPACIIBIIIEHUEM

K35 — KalWJUTSIPHBINA 30HHBIN 37IeKTpodopes

KO3 — KanWJUISIPHBIN deKTpodopes

K3X — KalWUIsipHast dJIieKTpoxpomaTorpadus

M. — MUJUIMOHHBIE JI0JIH

MC — Macc-CEKTPOMETPUS

MC/MC — TaHJIEMHAsI MacC-CIIEKTPOMETPHS

MCTOA — N-meTtun-N-(Tpumeruiicunun ) TpudTopaleTaMmu
CK-CO, — BKCTPAKIMs CBEPXKPUTUUYECKUM JUOKCHIOM YyTiIepoja
CO — CTaHJapTHHIN oOpasery

TMC — TPUMETUIICUIIAIIBHBIN

TCX — TOHKOCJIOIHasi XpoMaTtorpadus

T®D — COpOILIMOHHOE KOHIICHTPUPOBAHHUE
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V3B — yJABTpa3ByKOBasi BaHHA

— yabTpaduoIeTOBbIN JIETEKTOP (yneTpaduoneroBoe
YO

JIETEKTUPOBAHUE)
XA — XUMUYecKasi HOHU3aLUA MPH aTMOC(HEPHOM JIaBICHUU

SAMP — SIAEPHBI MAarHUTHBIN PE30HAHC



BBEJAEHUE

AKmVaJZbHOCmb nl?06ﬂ€]l/lbl.

Haubonee npeBHee U akTyalibHOE HampaBieHHE (papMalleBTUYECKON XUMHUU
CBSI3aHO C CO3/JIaHUEM JICKAPCTBEHHBIX CPEACTB M OMOJOTMYECKH AaKTHUBHBIX
N00aBOK K MHILE Ha OCHOBE PACTUTEIBHOIO CHIPhS, B COCTAB KOTOPOTO BXOJST
COTHM WJIM J1a)K€ THICSYM Pa3IuuHbIX coenuHeHnid. TepaneBruueckuil a3 dexT, kak
IPaBUIIO, 00YCIOBICH CUHEPTU3MOM HECKOJIBKIUX KOMITOHEHTOB.

HccnenoBanne KaueCTBEHHOTO M KOJMYECTBEHHOI'O COCTaBa KOMIIOHEHTOB
pPacTUTEIHHOTO CHIPBS M MPENapaToB HA €ro OCHOBE MPOBOJUTCS KaK MPH MOMCKE
HOBBIX OMOJIOTUYECKH AKTHBHBIX COCIWHEHUN M PEATU3yeMbIX C MX MOMOIIBIO
dapmakonorudeckux 3Qp¢heKToB, Tak U IPU KOHTPOJIE KaUueCTBa ChIPbSI U TOTOBBIX
JIEKapCTBEHHBIX (POpM M3BECTHBIX MpemnapaToB. ['ocygapcrBeHHOM Papmakoneeit
P® perynupyercda nuip TpyIHNIOBOE oOINpeaesieHue (pIaBoOHOUIOB METOAAMHU
TUTPUMETPUH U CHEKTPOPOTOMETPUHU, B TO BPEMS KaK BBUAY Pa3THUAIOIIMXCS
ounosiornyeckux 3((PEKTOB pa3HBIX MPEACTaBUTENICH ATOro psiga HeoOXoauma UxX
WHIUBUyallbHAsT ~ WACHTUPUKAUS B PACTUTENbHOM  chipbe.  CoriacHo
benepanpHoMy 3akoHy Ne61-D3 «O06 oOpallleHNH JEeKapCTBEHHBIX CPEACTB» MpHU
pPEruCTpallid HOBBIX IMpENapaToB HEOOXOAUMO MPOBOJAUTH HCCIIEAOBaHUE
Merabonm3mMa U (hapMaKOKHHETHKHU AKTHUBHBIX dhapmMaKkoIOrHIeCcKuX
UHTPENCHTOB.

OtkpeiTHe  HOBBIX  (papmakosiormueckux  3¢P¢hekToB  GIaBOHOUIOB
WHUIIMHPOBAIO O0Jiee MPUCTAIEHOE BHUMaHUE MCCIIE0BaTeNe K paCTeHUSM poJia
Epimedium, mmpoko HCHOIB3yeMBIM B paMKaxX TPaTUIMOHHOW MEIMIUHBI B
Kurae, Kopee u na Jlanbnem Bocroke. B mociemnue roasl OmyOIMKOBaHO
OONBIIOE  KOMUYECTBO  pabOT, TIOCBSIIEHHBIX  HMCCIEAOBAHHUIO  COCTaBa
(b1aBOHOMIOB, XapaKTEPHBIX I HEKOTOPHIX NpeIcTaBUTENe 3Toro pona. [lpu
ATOM COCTaB (PJIABOHOMIOB TOPSHKH MCYEPIIBIBAIOIIUM 00pa3oM HM3y4YeH HE ObLI.
OCHOBHBIMHM JICHCTBYIOLUIUMHU BEIIECTBAMU TOPSIHKU SIBISIOTCA  (JIaBOHOMIBI:

UKapuuH, uKaputuH, wukapusuael [, II, snumemunsl A, B, C, oOmnanaromue



IIUPOKAM  CIIEKTPOM  OMOJIOTMYECKOW  aKTUBHOCTH:  TPOTHUBOOIYXOJICBOH,
aHJIPOT€HHOMU, AHTHJICTIPECCAHTHOM, AHTHOCTEOTIOPO3HOM u
HMMYHOMOTYJTUPYIOIICH [1-3]. Hcnons3oBanue BBICOKO?(P(heKTUBHOM
KUAKOCTHOM xpomartorpaduu (BOXX) B coyeranum ¢ TaHAEMHBIM Macc-
CIEKTPOMETPUUYECKUM JIETEKTUPOBAHUEM BBICOKOTO pa3pelieHus] o0ecreynBaeT
HAJISKHYI0 UACHTU(PUKAIMIO HE TOJIBKO JEHCTBYIOUIUX BELIECTB FOPSIHKU, HO U UX
MeTaboMuTOB, Onaromapsi BBICOKOCENEKTUBHOMY DAa3ACNEHUIO HCCIEAYEeMbIX
cmMecei W HMH(POPMATUBHBIM cCrlieKTpaM. OrpaHMYE€HHOCTh JOCTYIHOW U3
JauTepaTypsl HHGOpPMAUK O cocTaBe (JIAaBOHOMIOB pacTeHH poja Epimedium u
UX MacC-CIEKTPOMETPHUECKUX XapaKTePUCTUKaX HE IMO03BOJISIa YCTaHOBUTH
oOlue 3aKOHOMEPHOCTH HX (¢parMeHTanuu. TakuMm oOpa3oMm, BO3HHKIA
HEOOXOIMMOCTh yTIIyOJIEHHOTO XpOMaTOMacC-CIEKTPOMETPUUECKOTO
UCCJICIOBAHUSI KOMIUIEKCA OMOAKTHBHBIX COCAMHEHHN TOPSHKU. 3HAUYUTENbHAs
BapuaOEIbHOCTh COCTaBa AKCTPAKTUBHBIX KOMIIOHEHTOB B PA3JIMUHBIX OOpa3lax
PaCTUTENILHOTO ChIPbsi O0YCIIOBJIMBAET HEOOXOIUMOCTh pa3pabOTKH CEIEKTUBHOTO,
YYBCTBUTEJIBHOTO M DKCIPECCHOTO CIIOCO0a ONPEIEICHNs] aKTUBHBIX KOMITIOHEHTOB
TOPSIHKY B PACTUTEIBHOM CBHIPhE M UX METa0OJIUTOB B OMOJIOTHYECKUX 00pa3iax.

Lenu u 3a0auu ucciedosanus.

Ienb paboTHI cocTossIa B pa3padoTKe criocoda ompeaesieHus OMOJIOTHIESCKU
aKTUBHBIX BEIIECTB pacTeHuid poxa Epimedium mertomoM BbeiCOK03(h(HEKTHBHOMN
KUJIKOCTHOM XpomaTtorpauu B COUYETAHWU C TAHJIEMHON MaccC-CIEKTpOMETpUen
BBICOKOTO pa3pelicHus 1 arpolanus pa3padboTaHHOTO MOIX0/1a P 0OHAPYKECHUU
MeTa00IuTOB (hJIABOHOMJOB TOPSHKHM C HCMOJb30BAHUEM TOJYYCHHOM U3
HKCIIEPUMEHTAILHBIX IaHHBIX WH(OPMAIH O MyTIX (hparMeHTAINH UCCIIeTyeMOI
IPYIIIBI BEIIECTB.

JlocTikeHrEe TOCTABICHHOW e MPEIyCMaTPUBAJIO PEIICHUE CIICTYIOITUX
3amay:

— U3YYCHHUE TIPOIIECCOB MOHW3AIMHM M MyTeH (parMeHTAIMK HCCIIETyeMOM

rpynmsl  BemecTB B ycnoBusix BOJXX B coueraHum ¢ TaHIEeMHOM Macc-
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CHEKTPOMETPUEH BBICOKOTO PA3pPELICHHs, ONTUMHU3ALUSA YCIOBUNA TMOTYYCHHS
MaccC-CIIEKTPOB;

— 00OCHOBaHUE  peXHMa JSKCTparupoBaHus  (PIAaBOHOUIOB  TOPSHKHU
CBEPXKPUTHUECKUM TUOKCHIOM YTIIEPOJIa;

—BBIOOp  YCIIOBUH  XpOMaTOrpaUueckoro pasfelieHuss HCCIenyeMon
IpyMNIbl BEUIECTB;

— pa3paboTka anroputMa OOHapyX eHHUs (HIaBOHOWIOB TOPSHKH HAa OCHOBE
3aKOHOMEPHOCTEN (pparMeHTanuu;

— BbIOOp YCJIOBUII MOATOTOBKH OHOJOTMYECKUX Mpo0, 0OecreunBaronIux
3¢ (deKTUBHOE W3BJICUEHUE OMPEACIAEMbIX COCAMHEHUN, W3YYCHHE BIUSHUSI
MaTpHULIbl HA CTENIEHb MOHU3ALINY;

— oOHapyXeHne METa0OIUTOB OMOIIOTUYECKN aKTUBHBIX BEIIECTB TOPSHKH B
Moue J1a00paTOPHBIX )KUBOTHBIX.

HCZVI{HCZ}Z HOBU3HA.

1. U3ydensl mnpouecchl (QOpMUPOBAHUS MacC-CHEKTPOB OMOJIOTMYECKH
AKTHBHBIX KOMIIOHEHTOB TOPSHKH. Y CTAHOBJIEHBI 3aKOHOMEPHOCTH, CBS3BIBAIOIIIE
CTPYKTYpy HWKapuuHa, ukaputuHa, ukapusugoB |, Il, smumegunoB A, B
(mocIeI0BaTEIbHOCTD YIIIEBOIHBIX 3aMECTHTEIICH ) CO 3HAUCHUSIMUA M/Z B CIIeKTpax
B YCJIOBHSX  HMOHM3aMu  dnekTpopacnsiieHueM  (MOP).  OOGHapysxeHb
XapaKTePUCTHUHBIC CHUTHAJIBI B Macc-crmekTpax (Mm/z 369,1333 wu 313,0707),
MO3BOJIAIOIINE OTHOCUTh HEU3BECTHBIE ()IABOHOMIBI TOPSHKU K JaHHOMY KJ1accy
COEJIMHEHUMH.

2. Pa3paboTtan croco0 U3BJICUCHUS (baBoHOMI0B TOPSIHKH
CBEPXKPUTHUECKUM JIMOKCUIOM yriepoja, odecrnieunBaronuii 6oiee 3QppeKTuBHOE
u3BjaedeHue (B 2,5 paza) omnpenensieMbIX COSIUHEHHM U3 PaCTUTEIbHBIX
MaTepuaJioB M TNPOAYKTOB HA HX OCHOBE IO CPaBHEHHUIO C JKHUJIKOCTHOM
DKCTPAKLMEN ITAHOJIOM IIOJ IEUCTBUEM YJIbTPaA3BYKa.

3. Pa3zpaboTan cenekTUBHBIA COCOO OMpEJeNeHus] MKApUKWHA, UKaApUTHHA,
ukapusuzioB |, Il, snumenunos A, B, C B pacTUTEIbHOM ChIpbE M MPOAYKTaxX Ha

€ro  OCHOBE C  WHCIOJb30BaHMEM  Macc-cnekrpomerpuueckoro  (MC)
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JNETEKTUPOBAHUS B PEKHUME PETUCTPAIMM BBIOPAHHBIX HMOHHBIX TIEPEXOJIOB,
XapaKTEPHU3YIOMIUICA  HU3KAUMH  TIpenejaMd  OOHApYyXKEHUS U BBICOKOU
CEJICKTUBHOCTBIO. [IpojieMOHCTpHpOBaHa BO3MOXHOCTh IMPUMEHEHUS 3TOTO
crioco0a 1 KOHTPOJISI KaueCTBa MPOAYKTOB HAa OCHOBE TOPSHKH.

4. BeiOpanbl  yclOBHs TOATOTOBKHM MPOO MOYH, OOecCIeurBarolye
MaKCUMaJIbHYI0 CTeNeHb u3BjieueHuss aHanutoB (93-98%) u mosBosstomme
MUHHMH3HPOBATH BIMSHUE MATPUIIBl (MaTpU4HbIA pakTop cocraBiser 0,94-0,98),
HAa AHAJIUTUYECKUN CUTHAJI TMpPU COPOIMOHHOM KOHIICHTPUPOBAHUU  Ha
KapTPHUKax, 3aMlOJJHCHHBIX MOIU(DUIIMPOBAHHBIM TTOJIUMEPOM CTHPOJIA.

5. [Ipemyioxensl crnoco0 NETEKTUPOBAHUS  (DIABOHOMAOB TOPSHKH U
QITOPUTM, TIO3BOJIAIONINE TPOBOJAUTH OOHAPYKEHHE CTPYKTYPHBIX (DparMeHTOB
¢1aBOHOMIOB TOPSHKM Ha OCHOBAaHMHM 3aKOHOMEPHOCTEH (parMeHTaiuu,
3aKJTIOYAIONTUICS B TIOJYYEHUH TaHJIEMHBIX MAcC-CIIEKTPOB B PEKUME 3aBUCUMOTO
CKaHUPOBAaHUS  HOHOB-TIPOJYKTOB  C  MPEIBAPUTEIBHO  YCTAHOBJICHHBIMU
3HAYCHUSIMH HEUTpaJIbHBIX TToTeph (M/z 132,0423, 146,0579 u 162,0528).

6. [Ipumenenue pa3pabOTaHHOTO MOJX0Ja MO3BOJWIO OOHAPYKHUThH IIECTh
MeTabOIUTOB, paHEe HE OMMCAHHBIX B IUTEPATYpPE, B MOUYE KPBIC M TIPEINOIOKUTH
UX BO3MOXXHBIC CTPYKTYPBI, COOTBETCTBYIOIIUE TOJYYCHHBIM pE3yibTaTaM C
UCIIOJIb30BaHUEM porpaMm ACDLabs/ biotransformation maps,
ACDLabs/Percepta, MetWork.

IIpakmuueckaa 3uayumocms. Pa3paboTaHHBIM croco0 arnpoOUpoBaH MpU

KOHTPOJIE KaueCTBa PACTUTEIILHOIO ChIPbSI M IPOJIYKTOB Ha ero ocHoBe. [lokazaHo,
yTo ucnosib3zoBaHue Merojga BOXX-MC/MC no3BosisieT NpOBOAUTH HAACKHOE
oOHapy>KeHHE U OIEHUBATh COJCpPKAHNE MKApUUHA, UKApUTUHA, WKapu3uaoB I, 11,
snuMeanHOB A, B, C — OCHOBHBIX JEHCTBYIOIIMX KOMIIOHEHTOB Pa3JIMYHbIX BUJIOB
TOPSHKH, YTO MOXET OBbITh HCIOJB30BAaHO JUJII  BBISBIEHUS  (PaKTOB
danbcuduKau pacCTUTETLHOTO CHIPhS U JIEKAPCTBEHHBIX CPEJICTB HA €T0 OCHOBE.

Ha ocHoBaHMM TOJYyYEHHBIX pe3yJbTaTOB pa3paboTaHa, aTTECTOBaHA U
BHECEHA B PEECTP aTTECTOBAHHBIX METOMUK M3MepeHus denepanbHOro areHTCTBa

N0 TCXHHUYCCKOMY PCTYIHPOBAHUIO M MCETPOJOIrHU ((POCCTaHI[apT» METOJUKA
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U3MEPEHHUI COJIep)KaHUs WKapUWHA, WKapuTHUHa, wuKapwsuna [, wukapwmsuaa ll,
snuMenuHa A, osnuMmennHa B w  smmmenuna C B OMOJIOTHYECKM aKTHBHBIX
n00aBKaX METOJOM BBICOKO3(D()EKTUBHON JKUAKOCTHOW XpoMaTorpaduu ¢
MpUMEHEHUEM TaHAEMHOW Mmacc-ciektpomerpun  (Ne6.00163/2-28-2016 ot

28.03.16).

Ha AUy 6bIHOCAMCA CJZ@@VIOWM@ NOJIOJHCEHUAL .

1. UccnenoBanne  3aKOHOMEPHOCTEH  (OpMUpPOBAHUS  MacCC-CIEKTPOB
(Gb1aBOHOUIOB TOPSIHKA B YCJIOBHUSIX  3JIEKTPOPACIBUIMTENILHOW  HOHU3AIUU
MOKa3bIBa€T, YTO B MAacCC-CIIEKTpax JIaHHbIX aHAJUTOB MPUCYTCTBYIOT
XapaKTEPUCTUYHBIE CUTHAJIBI, TO3BOJISIONIME MPOBOIUTH TPYNIIOBOE OOHAPYKEHUE
COEIMHEHH, OTHOCAIIUXCS K JAaHHOMY KJIAacCy.

2. Ucnionp3oBaHue AKCTpParupoBaHUs (h1aBOHOUIOB TOPSIHKH
CBEPXKPUTHYECKUM JUOKCUIOM YIJIEPOAA YBEJIIMUMBAET CTEIIEHb U3BJICYEHUS B 2,5
pasa 1o CPaBHEHUIO € KUJAKOCTHON IKCTPAKIIMEH.

3. Pa3paboraHHas METOOWKAa HW3MEPEHHUN COJAEpX aHUS HUKAPUHUHA,
vKapuTuHa, wukapusugal, wuxapusupall, »snumenuna A, osnumenuHa B u
snuMennHa C B paCTUTENBHBIX NPOIYKTaX Ha OCHOBE TOpstHKH mMeTtoaoMm BOXX-
MC/MC no3BoJsieT CHU3UTh Mpeeibl 0OHAPYKEHUSI U TIOBBICUTH CEJIEKTUBHOCTD
OIPENEIICHUS aHAJIUTOB.

4. Pa3zpaboTaHHbIi cr1ocOO MOATOTOBKHU MPOO MOYU OOECIIEUMBAET BHICOKYIO
CTENIEHb U3BJICYEHUS aHAIMTOB U MO3BOJISIET MUHUMHU3UPOBATh BIUSIHUE MAaTPHIIBI
Ha MOHM3AIMIO ONPENEIEMbIX COSANHEHUM.

5. PazpaGoTtanubiii anroputM oOHapyXeHUs (IABOHOMIOB TOPSHKU Ha
OCHOBAaHUHM 3aKOHOMEPHOCTEH (OPMUPOBAHMUSI MAaCC-CIIEKTPOB CTaHIAAPTHBIX
o0pa3lioB  BEIIECTB W3BECTHOM CTPYKTYpPhl TMO3BOJIIET BBISBIATH paHee
HEU3BECTHBIE METAOONUTHI U JIeJaTh MPEANOJOKEHUS O BO3MOXHBIX CTPYKTYpax

OoOHapy>KEHHBIX COCTMHEHUM.

Anpobayusa pabomsi. OCHOBHBIE pe3yJbTaThl PaOOTHI MPEICTABICHBI Ha
Il Bcepoccuiickoli kOHQEpEeHIIMU ¢ MEXIyHApOAHbIM ydacTueM «COBpeMEHHbIE

npoOsieMbl XUMUYECKOW HAyKd W (papmaiuuy, MOCBAMIEHHON 85-1€THI0 CO JHS
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poxaenus B.A. Kyxtuna (r. YeGokcapsl, 2014 r.), Beepoccuiickoit koHbepeHInn
«Teopuss m mpakTUKa Xpomatorpadum» € MEKIYHAPOIHBIM  YYaCTHEM,
nocBsinieHHo  mamsatu  npod.  M.C. Burgeprayza  (r. Camapa, 2015T.),
VI Poccuiicko-kopetickoit koH(pepeHnn «CoBpeMeHHBIE JOCTHKCHHUS XUMHU
OMOJIOTMYECKH aKTUBHBIX BEIIECTB U OuoTexHosorum» (r. HoBocubupck, 2015 r.),
IX Becepoccuiickoli HaydyHOW KOH(EPEHIIMH C MEXIYHApPOIHBIM Y4YacTHEM U
IIIKOJIE MOJIOABIX YUYEHBIX «XWMHS W TEXHOJIOTHS PACTHUTEIBHBIX BEIIECTBY
(r. MockBa, 2015r1.), IBcepoccuiickoii KOHpEpeHIIMH C MEXIyHApOIHBIM
ydqacTueM «XHUMHUYECKUM aHanu3 u MenuiuHay (r. Mocksa, 2015 r.).

Ilyonukayuu. 1To Teme auccepTrauny OMyOJMKOBAHO 5 cTared B >KypHalax,

pexoMenaoBaHHbIX BAK, 1 5 Te3ucoB 10K1a710B.

Cmpykmypa u 06vem pabomel. Jlucceptanyisi COCTOUT U3 BBEJEHUSI, 0030pa

JUTEpaTyphl, ABYX IJIaB AKCIEPUMEHTAJIbHOW 4YacTH, OOLIMX BBIBOJOB U CIHCKA
HUTHUpYeMOW  JuTepatypbl. Marepuan u3noxkeH Ha 132 crpaHumax
MalIMHOMKUCHOTO TeKcTa (0e3 yuyera MPUIIOKEHHUs), COACPKUT 29 pPHUCYHKOB M
21 Tabnuiy, B cnucke mutHpyemout muteparypsl 214 uctounukos. [punoxenue

BKJIFOYAET 7 pUCYHKOB, 1 Tabmuiy u 1 Metoauky Ha 47 cTpaHULaXx.
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I'masa 1 O030p JuTepatypsbl
1.1 CoctaB cmecu JIaBOHOMI0B FOPSIHKHU

I'opsinka (otat. Epimedium) — poa MHOTOJETHHX TPaBSHHCTBIX PacTCHHM
cemerictBa bapbapucoseie, BkmouaeTr B ceOsi Oomee 60 BumoB. Bcerpewaercs
UCKIIIOUUTENFHO B BocTouHOM mosymapuu, riae 3acenser npearopbs EBporbl,
Kagkaza, Typuuu, SAnonun u Kuras. B CeBepo-3anagnoit Adpuke HalijieH JUIlb
OJIMH BHJ. B mpupoje ropssHka mpon3pacTtaeT BO BIAKHBIX TOPHBIX JiecaX WU HA
TOpHBIX oTporax [4, 5].

B Hacrosee Bpems y pacTenmii pona Epimedium oOHapyXeHBI ClIeTyOIIHE
CBOMCTBA: HOPMAIM3YIOT MOYCHCITYCKaHHE, YCTPAHSIIOT TOJOBOKPYXECHUE,
OPUBOAST B HOPMY OOMEH XHUJKOCTH B OPraHM3ME, OMOJAXUBAIOT OPTaHU3M,
YCTPAHSIOT YCTAJIOCTh, CHUMAIOT cTpecc [6-15]. [Ipu 3TOM B TeueHHE JUIUTEIEHOTO
BPEMEHU B MEJUIIMHE HCIOJB3YIOTCS JHIIb HEMHOTHE BUIBI TOpsSHKU. CoTiiacHO
KuTaiickorr Qapmakornee [16], BbiCylIeHHbIe Haa3eMHBIE wacTh Epimedium
brevicornu Maxim., Epimedium sagittatum Maxim., Epimedium pubescens
Maxim., Epimedium wushanense T.S. Ying u Epimedium koreanum Nakai
cozepkaT HanbOoJiee BHICOKHE KOHIICHTpAIMW (DJIABOHOWIOB, KOTOPHIC SBIISIOTCS
BOKHEUITUMHU (DYHKIIMOHAIBHO 3HAYMMBIMU COEAMHEHUSMU, TPUCYTCTBYIOIUMH B
ATUX PACTCHUSIX, U 00JaNar0T OMOJIOTMYECKON aKTUBHOCTHIO: aHTHUOIYXOJIEBOH,
aHJIPOT€HHOMU, AHTHUJICTIPECCAHTHOM, AHTHOCTEOTIOPO3HOM 51
uMMyHoMoayupyroriei [17-29]. OcHOBHbBIE TEHCTBYIONIHE KOMIIOHEHTHI TOPSHKU
NPEACTABIAIOT  COOOH  NPEHWIMPOBAaHHBIC  JTUTJIMKO3UABI  Kemmdepora,
OTJIMYAIONTUECS MOJICKYyJIaMH caxapoB. B Tabm. 1 mpeacTaBiIeHBI CTPYKTYpHI
CaMbIX PacIpoCTpaHEHHBIX (IaBOHOMIOB pacTeHuid poaa Epimedium.

["opsHKY IIMPOKO HCIIOIB3YIOT B (GUTOMEAUITMHE, TTOATOMY JIJIs pa3paboTKu
METOJHMK WJICHTU(HUKAIIMN, KOJIWYECTBEHHON OIEHKH COJIEpPKAHUN U KOHTPOJISI
KaueCcTBa PACTUTEIILHOTO CBIPhS, DJKCTPAKTOB M KOMMEPUYECKHX TMPOIYKTOB
BBINIOJIHEHO 3HAuUMTEIbHOE uucio pabdoT. Haubornee mnomynsipHbIMH METOIAMU

ONpENENEeHNs] JIEWCTBYIOIIMX KOMIIOHEHTOB TopssHKM cramu  BOXX w


https://ru.wikipedia.org/wiki/%D0%9B%D0%B0%D1%82%D0%B8%D0%BD%D1%81%D0%BA%D0%B8%D0%B9_%D1%8F%D0%B7%D1%8B%D0%BA
https://ru.wikipedia.org/wiki/%D0%A0%D0%BE%D0%B4
https://ru.wikipedia.org/wiki/%D0%9C%D0%BD%D0%BE%D0%B3%D0%BE%D0%BB%D0%B5%D1%82%D0%BD%D0%B8%D0%B5_%D1%80%D0%B0%D1%81%D1%82%D0%B5%D0%BD%D0%B8%D1%8F
https://ru.wikipedia.org/wiki/%D0%A2%D1%80%D0%B0%D0%B2%D0%B0
https://ru.wikipedia.org/wiki/%D0%A1%D0%B5%D0%BC%D0%B5%D0%B9%D1%81%D1%82%D0%B2%D0%BE
https://ru.wikipedia.org/wiki/%D0%91%D0%B0%D1%80%D0%B1%D0%B0%D1%80%D0%B8%D1%81%D0%BE%D0%B2%D1%8B%D0%B5
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KamUISIpHBINA dekTpodopes. ["azoByro xpomatorpaduto (I'X) mist uccneqoBanms
(bI1aBOHOMIOB TIPUMEHSIOT PEXKE KUAKOCTHOW, TaK KaK JIAHHBIC BEMIECTBA UMEIOT
3HAUUTEIBHYI0 MAacCy, Mallyl0 TEPMHUYECKYI0 CTaOMJIIBHOCTh W He 00JajaroT

JCTYYCCTbIO, B CBiA3H, C HYCM Tpe6yeTC$1 ACpuBaTu3alus, YyBCIMYUBAIONIas

IPOAOKUTEIbHOCTD aHam3a [30].

Tabmuna 1 — CtpykTypHbIe (POPMYIIBI OCHOBHBIX ()JIIABOHOM]IOB TOPSIHKU

Ne Coenunenue
n/m &
R* R* | R
1 | AHrHIpPOUKAPUTHH H H CH,CH=C(CH3), | H | CHgs
AHTHAPOUKAPUTHH- _
2 3,7-IH/I-O-FJIIOK03HI[ g|U g|U CHZCH—C(CH3)2 H CH3
3 EaOX}/O?;I/III I rha H CH2CH:C(CH3)2 H CH3
4 baoxyo3us Il rha H CH,CH=C(CHj3), H H
5 | baoxyo3un VII rha(4-1)glu H CH,CH=C(CH3), | H CHj3
6 I'ekcanapasun E glu glu | CH,CH=C(CHj3), H H
7 | Texcannpazun F rha(3-1)glu glu | CH,CH=C(CH3), | H | CHgs
8 Nxapusug | H glU CH2CH:C(CH3)2 H CHs
9 I/IKapI/I3I/IZ[ I rha H CH2CH:C(CH3)2 H CH3
10 | Ukapuun rha glu | CH,CH=C(CH3), | H | CH3
11 | Uxapuzosun C rha(2-1)glu glu | CH,CH=C(CH3), | H H
12 | Unepun gal H H OH | OH
13 | Kevndepon-3-O- rha H H H | H
pPaMHO3H/I
rha(1-4)(OAc)-
14 | Kaoxyosug A (1-3)glu(1-4)(OAc) | glu | CH,CH=C(CHs), | H | CHgs
(1-6)(OAcC)
rha(1-4)(OAc)-
15 | Kaoxyosun B (1-3)glu(1-4)(OAc) | glu | CH,CH=C(CH3), | H CH3
(1-6)(OAC)
16 | Kaoxyosun C rha H CH,CH=C(CHg3), | OH | CHjs
rha(1-4)(OAc)- _
17 | Kopenmumenosua A (1-3)glu(1-4)(OAC) H CH,CH=C(CHj3), H CH;
18 | Kopenumenosun C rha((ll_g))(golfc)_ glu | CH,CH=C(CHj3), H CH;s
2 -O-paMHO3UT _
19 HKApU3HT 1 rha H CH2CH—C(CH3)2 H CH3
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Ne Coe e
i OCIUHEHU

R! R | R
20 | Carurrarosum A rha(2-1)glu H CH,CH=C(CHj3), H CH;
21 | Carurrarosun B rha(2-1)xyl H CH,CH=C(CHj3), H CH;
22 | DnumenuH A rha-(1-2)glu glu | CH,CH=C(CH3), | H | CHgs
23 | Dnumenus B rha-(1-2)xyl glu | CH,CH=C(CH3), | H | CHs
24 | Dnumenns C rha-(1-2)rha glu | CH,CH=C(CH3), | H CHs
25 | Doumenosunm A rha glu | CH,CH=C(CHj3), H H
26 | Dmumenosun C H glu | CH,CH=C(CHj3), H H

rha(1-4)(OAc)- _

27 | Duumenokopeanosun I (1-3)glu(1-4)(OAC) glu | CH,CH=C(CHj3), H CHs

[Mpumeuanune: Ac = anerui, glu = riroko3mi, rha = pamuaoswui, Xyl = kcuno3u.

N3yyass MexaHuU3Mbl OHOJIOTMYECKOM AaKTUBHOCTH PACTEHHM M pa3BUBAA
METOJbl WX ONPENCNICHHs, UCCIEAOBATENM CTAJIKUBAIOTCA C TpoOsieMoi
tpyanoxocrynHoctd CO »tux Bemiects [31]. [Tostomy nanbHeiiinee u3ydeHuUe
BIUSIHUSA (DJIABOHOUIOB Ha >KMBBIE OPraHU3MbI HANPSIMYIO 3aBUCUT OT Pa3BUTHS
METOJIOB  BBIJICJICHUS, pa3liefieHusl, UJICHTU(PUKAIMA W  KOJIMYECTBEHHOTO

OIPENIEIICHNS IEUCTBYIOINX KOMIIOHEHTOB B TOPSIHKE.
1.2 MeTtoab! u3BiieyeHus GJjaBOHOMI0B U3 TOPSIHKU

DTan MoArOoTOBKH MPOO SBIAETCS OJHUM W3 BaXKHBIX 3TAllOB B Pa3BUTHU
AHAJTUTHYCCKUX METOJ0B JUIS aHaiM3a JICKapCTBEHHBIX pacteHuit [32-34].
OnTUManbHBI METOJT IKCTPAKIIMK MO3BOJIIET O0Jiee MOJIHO HCCIEN0BaTh COCTAB
OCHOBHBIX KOMIIOHEHTOB TOPSIHKH.

B kadectBe »skcTpareHTa Uil W3BJICUCHUS (DIABOHOUAOB W3 TOPSHKH
ucnoip3ytorT Boay [35], cmecu Meranoin-Bona [36], stanon-Boma [37-49]. Bonee
NPEANMOYTUTEIbHBIM SBJIsIETCs 3KcTparupoBanue 70%-biM 3TanHosoMm [37-39, 41,
43, 45, 48]. IIpumeHsIOT TPYA0EMKHE CIIOCOOBI, TPEOYIOIIKME TOCTATOYHO BHICOKHX

TEMIIepaTyp: KHWIISIYeHHE U 3KcTparupoBanue B ammapate Cokxcrnera. Tak,
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MPEIIOKEH METOJ[ SKCTPArupOBaHUS TSATH TIWKO3UAOB (DIIABOHOUIOB TOPSHKH
(uxapuuH, »snuMenuH A, B,C u wunepuH) H3 BBICYIICHHBIX JIMCTHEB IIPH
HarpeBaHun (80 °C) ¢ 70%-HbIM 3TaHOJIOM C OOpaTHBIM XOJOJIUIBHUKOM B
tedenue 3 4 [38]. [Tocne oxmaxaeHus: oopaszer] OTGUIBTPOBHIBATH U CYIIEPHATAHT
auodunusupoBamu. B pabGote [40] wu3Menbu€HHBIE JUCThS 3KCTPArHpOBAIIH
50%-HbIM 3TaHONOM C 00paTHBIM XosoAwIbHUKOM B TedeHue 1 4 mpu 100 °C,
GuIBTpaT BBITAPHBAIN J0CyXa NPH TMOHIKEHHOM naBicHuH. YsHp u jap. [50]
skcTparupoBainu GuaBoHouabsl 50%-HbIM 3TaHosIOM B TeueHue 30 mun nipu 90 °C,
¢unsTpoBasu yepe3 0,45 MKM MUKPOIIOPUCThIE MEMOpaHbI, PUIbTPAT COOMpAIH, a
TBEPJBIE BEILIECTBA SKCTparupoBayid el 3 pa3za HeOOAbIUM 00BEMOM 50%-HOTO
pactBopa o9rtaHona. PraBoHOoMIbl WU3BIeKaIM U B anmapare Cokciera:
U3MENbYEHHOE pacTeHre cMmemmBaiu ¢ 50%-HbIM ATAHOJIOM M BBIACPKHUBAIU B
anmapare npu 90+2 °C B teyenne 90 u 240 mun [51]. Hawmnyuriee u3BieucHue
JIOCTUTHYTO TMPHU IKCTparupoBaHuu B TeueHue 240 MUH.

VYapTpa3zBykoBoe 00OpYyAOBaHHE LIMPOKO HCIONB3YIOT B AHAJUTHYECKOM
XUMUH, B YaCTHOCTH, MPHU IKCTPArupoBaHUU. JIOCTOMHCTBAMU €ro MPUMEHEHUS
SBJISFOTCS: YMCHBIIICHHE BPEMEHU OKCTPAKIIMH, CHIDKEHUE TEMIIepaTypbl U
MOBBINICHUE TOJHOTHI W3BJICUYECHUS. IDKCTPAKIIUIO MPOBOAST B YJIbTPa3BYKOBOM
nojie ipu 25 °C B Teuenue vaca [47], mu6o B Teuenue 30 mun [41]. [TokazaHo, 4To
n3BieueHue snumenuHa A, B, C u uxapunna 50%-HbIM S5TaHOJIOM B TEYEHHUE
30 mun mpu 50 °C ¢ HCHOIB30BAHHEM YIBTPA3BYKOBOM TEXHUKH d(PQeKTuBHEE
sKcTparupoBanus B ammnapare Cokciera [48].

[IpennoxxeHn OBICTPBIH METOJ IJii OJHOBPEMEHHOTO OIpEJeiICHUsS CEeMU
¢raBoHOMI0B B TopsiHke [47]. TloaroroBky mpo0d MPOBOIMIN C HCIIOJb30BAaHHEM
JKUIKOCTHOM  DKCTpPaKUMM TIOJ JaBJICHUEM. B  KadecTBe pacTBOPUTENSA
ucrons3oBamy  70%-HbeIl 3TaHon, pasMep dyactun coctaBasl 0,3 — 0,4 mwm,
temneparypa 120 °C, naBnenue 10 Mlla, Bpemst skcTparupoBanust 10 muH. 3atem
HKCTPAKT MPOIyCKadu yepe3 mMeMOpaHHble (QUIbTpel ¢ pazmepoM nop 0,2 MKM.
Takylo ke METOJIUKY SKCTpParupoBaHUs HUCIOJb30BAIM JJIsl OJIHOBPEMEHHOTO

onpeaeneHus 15 ¢gaBononaos [39, 52].
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OKCTpakiusi B MUKPOBOJIHOBOM IIOJIE€ SIBJIIETCS XOPOIIEH anbTEepHATUBOM
meronmy Cokciaeta u  00paboTke  ynbTpa3BykoM. OHa  oOecredmBaeT
PaBHOMEPHOCTh TporpeBaHus oOpasna [53], 4YTo mMO3BOJAET 3HAYMTEIHHO
COKpaTHTh DHEPro3aTpaThl, HCKIOYUTH moTepu Teruia [54, 55]. MukpoBomHOBas
skcTpakius ukapusuiaa I B Tedenne 10 MuH okazanach Oojiee 3(hPEKTUBHON 1O
CPaBHEHHMIO C TPAJAWIMOHHBIMH METOAaMU U3BJcucHus [56]. DKCrepruMeHThI
MOKa3ajdu, YTO BBIXOJBl MPOAYKTA SKCTPAKIMH BO3PACTAIOT C YBEJIUYCHUEM
MOIIHOCTU. ONTUMAJIBLHBIMHU YCIOBUSIMA MUKPOBOJIHOBOTO M3BICUECHUS SIBISIOTCS
momtHocTh 600 BT, Temmeparypa 70 °C u mnpomosmkurensHocTh 10 Mun. C
MCIIOJIB30BaHUEM MHUKPOBOJIHOBOW JKCTPAKIMU pa3paboTaH METOJ ONpeAcicHUs
snumenrHa A, B, C, ukapurna u ukapusuiaa I ¢ momomisio BOXX B couetannu ¢

JTUOTHO-MATPHYHBIM JIETCKTOPOM M TaHJAEMHBIM Macc-CIieKTpoMeTpoMm [56].
1.3 BoiesieHue 0TAeJIbHbIX 0MOAKTHUBHBIX KOMIIOHEHTOB FOPSIHKHU

KOMIOHEHTHI TOPSHKA M WX (PYHKIIMHA U3y4YaloT C MIOMOIIBIO BBIICICHHS T10
NpUHIUIY OroakTUBHOCTH [57]. st moka3aTenbcTBa OMOAKTHBHOCTH BEIECTBA
TOTOBSAT «HOKAYT» 3KCTPAKT, U3 KOTOPOTO JaHHBIM KoMmoHeHT ynanén [58]. Eciu
OMOAKTUBHOCTH IMOJYYEHHOTO DKCTPAKTa MEHBIIE, TO YCTPAaHEHHBIM KOMIIOHEHT
ABJISETCST (PU3MOJOTHYECKH AKTUBHBIM. TakoW MOJIXO0J HCIOJB3YIOT B TEHHOU
UHKEHEpUH U (papMaKoJOTHYECKUX wHcciaemoBanusax ¢ 1989 r. [59]. [nsa
NPUTOTOBJICHHUSI  «HOKAyT» OKCTPAaKTa HCIOJB3YIOT Ppa3IMdHbIe BapHaHTHI
xpoMarorpaduu.

B mocrnenHee BpeMs IS BBIACICHHS MOHOKOMIIOHEHTOB TPHUMEHSIOT
BBICOKOCKOPOCTHYIO MPOTHBOTOUHYIO Xpomartorpaduro [60-75]. Tak, npemioxken
crioco® M3BIICUCHHMS OMOAKTHBHBIX KOMIIOHEHTOB (drmmmenuHa A, B,C wu
UKapUIHA) C  HCIHOJb30BAaHUEM  BBICOKOCKOPOCTHOW  MPOTHBOTOYHOM
xpomarorpadpun u mpenaparuBHoi BOXKX s OLIEHKM aHTHOCTEOMOPO3HOM
aktuBHoctu [43]. [ns sroro mopomok TtpaBel ropsuku (Herba Epimedium)
aKcTparupoBaiu 3 pasza 70%-HbIM 3TAaHOIOM. DKCTPAKT CYIIWIHN MO BaKyyMOM B

POTOPHOM HCTapuTene. BrICyIIeHHbII MOPOIIOK pacTBOPSIIN B MOABMKHON (hase.
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BBICOKOCKOPOCTHYIO ~ IPOTHUBOTOYHYIO  XpOMaTorpauio  HPOBOAWUIH  C
NPUMEHEHHEM CMecei H-rekcaH: H-OyraHon: meranon: Boaa (1:5:1,5:6,5 mo
00bémy). IlpenapaTuBHOE BBIJIEICHHE OCYIIECTBILIM Ha kKosoHke PRC-ODS
JMHOW 250 MM, BHYTpeHHUM auameTrpoMm 20 MM, ¢ pa3mMepoM 3epHa copOeHTa
SMkM (pupmbl «Shimadzuy). B kadectBe mnonaBmkHON (ha3bl HCIOIB30BAIH
0,05%-np1if  BoOmHBIM  pacTBOp  (dochopHON  KHUCIOTBI U AllETOHUTPUIL.
JlerexTrpoBanu AeUCTBYIOMME BemecTa npu 270 HM.

Onmcan MeTOJ BBIJICJICHUS WKApUUHA W3 OTAaHOJBHOTO DKCTPAKTa
Epimedium segittatum ¢ TOMOIIBIO BBICOKOCKOPOCTHOH  MPOTHBOTOYHOM
xpomarorpaduu [46].  BeicymieHHbIe — JTHCTBA Epimedium  segittatum
IKCTparupoBaiu 95%-HbIM 3TaHOIOM 3 pa3a. DKCTPAKThl OOBEAUHSIN U CYIIUIN
nox BakyyMoM. [uapodoOHbIe KOMIOHEHTHl YIAsUIMd TOCIEI0BATEIbHBIM
U3BJICUCHUEM H-T€KCAHOM, IUXJIOPMETAHOM W JTHJIAllETaTOM. 3aTeéM OCTAaTOK 3
paza JIKCTparupoBalid H-OyTaHOJIOM. ODKCTPAKT YIAapUBalU TMOJ BaKyyMOM U
CYLLIUIN BBIMOPAKUBAHUEM. B BBICOKOCKOPOCTHOM IPOTUBOTOYHOU
XpomaTorpaduu MCIoiIb30BAIA CUCTEMY PACTBOPUTENEH, COCTOSIILYIO U3 CMECHU H-
rekcaH: H-OytaHon: meraHon: Boma (1:4:2:6 mo o0bEMy). ABTOpaM yAaioch
BBIJICJIUTh UKApUHUH ¢ 4UCTOTON 85,7% m 86,2%, KOTOPYIO MPOBEPSUIM METOJIOM
BOXX ¢ Y®-nerekrupoBanuem mipu 254 um. Ukapunn ¢ yuctoroit 6omnee 98%
MOJTy4YaJIH MOCJIe IEPEKPUCTATIIN3ALNN U3 BOJBI.

B otnuune ot pabotsl [46] Penmun Jluy u np. [45] npemnoxunu croco6
BBIJICJICHUSI MKapUMHA ¢ 4yucTtoTor 99,7% B oaHy craauio paszaencHus. ABTopam
TaK)Ke YIAIOCh BBIICIUTH snumenokopeanosun | (98,2%) u ukapusua 1l (98,5%).
[ToaroToBKa CHIPOTO JKCTpPaKTa 3aKIIOYAaCh B HU3MEIBUYCHHH CYXHX JIMCTHEB
Epimedium koreamum. Iloxyd4eHHBIIi TOpPOMIOK 3KcTparupoBaiu  70%-HbIM
ATAHOJIOM B T€UECHHE 2 4 ¢ OOpATHBIM XOJOIUIHBHUKOM. DKCTPAKIIUIO TTOBTOPSITU
nBaxabl. OOBEIUHEHHBIN HIKCTPAKT KOHIICHTPUPOBAIM MOJ, BakyyMoM. bomee
apdeKTUBeH  METO[  MPEmapaTHBHOTO  pa3lelieHuss C  HCIIOJIb30BAHUEM
BBICOKOCKOPOCTHOM MPOTHUBOTOYHOW XpoMaTorpaduu MpOBOIUIN ¢ TIPUMEHEHHUEM

cmecu xyopodopm: meraHod: Boaa (4:3,5:2 mo o0bEmy). JlaHHas cuctema
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pacTBOPUTENIEH OKa3anach oNTUMainbHOMU. [Ipu HCnonb30BaHWKM CMECH ATUIIALIETAT:
BoJa (5: 5 mo 00béMy) uncrora ukapusuaa Il cocraBuna Tonbko 68,2%. Cucrema
pacTBopuTenield JTuianerar: MeraHod: Bojga (5:1:5 um 5: 3: 5 mo o00BEMmy)
MO3BOJIWJIA TOJY4YUTh HUKapuuH ¢ uuctotod 98%, a wukapmsunll wu
snumenokopeano3un I uuxe, yem 80%. [lpu nmpumenenun cmeceit xiaopodopm:
MeTaHoJ: Bojaa (4:2,5:2 u 4: 3: 2 no 00bEMY) 3HAUYUTEIILHO YBEIMYMIIOCH BPEMs
pasnenenus. llpu wW3MEHEHHMHM COOTHOIIEHHUS pacTBoputenet Ha 4: 3! 2,
HaOMoaNIoch ymupeHue nuka ukapusuaa I, a cootHomenue 4: 4: 2 npuseno K
YMEHBIIICHUIO YUCTOTHI BBIJICTSAEMBIX (DJIaBOHOUIOB. Takke UCClIe10BaHO BIUSHUE
CKOPOCTH BpAIlIEHUs, CKOPOCTH MOTOKAa MOABWKHOW a3kl M TEMIIEpATyphl Ha
paszieneHue U3y4yaeMbIX KOMIOHEHTOB. ONTUMaIbHBIE Pe3yJIbTaThl HAOIIOJATHCh
npu motoke 2.0 Ma/muH, gactore Bpamienus 900 o6/mun u temmeparype 25 °C.
Uuctory BbIACIEHHBIX (JIaBOHOUIIOB TMpoBepsuin MmetonoM BIXX ¢ V-
JNETEKTUPOBAaHUEM NpH 254 HM, a CTPYKTYpy HOATBEPKIAAIH 'H u C sMP
CIIEKTpaMH.

ABtopam paboThl [76] ymamoch BBIACIUTH YEThIPE HHIUBUAYATbHBIX
OMOAKTUBHBIX (DJIABOHOUIA C MCIIOJIB30BAHUEM ABYXPEKUMHON MPOTUBOTOYHOM
xpoMarorpaduu C CHUCTEMOW pacTBOPHUTENEH, cocToslell u3 H-OyTaHoua:
srwinanerara: Bogael (3:7:10 mo o00BEMY). DKCTpaKIMIO U3 BBICYIICHHBIX
Haa3eMHBIX yacteit Epimedium brevicornum Maxim. npoBoauiau 3THIAIETaTOM U
ATAHOJIOM TIpHU 00pabOTKe yIbTpa3ByKoM. YUWCTOTa aKTUBHBIX KOMIIOHEHTOB
coctaBmsuia 98,2% mis smumenuna A, 92,6% g snumenuna B, 90,4% s
snumenuna C u 96,8% nig ukapuunna.

[IpeacraBnenHbie ciocOOBI BbIACICHUS (DITABOHOMIOB TOPSHKH MO3BOJISIOT
MoJIy4aTh UX B JIOCTaTOYHBIX KOJIMYECTBAX, TEM CaMbIM CIIOCOOCTBYS M3YUYEHHIO
OMOJIOTUYECKONW AaKTUBHOCTH JAHHBIX KOMIIOHEHTOB W KOHTPOJIO KadecTBa

dbuTompenapaTos.
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1.4 MeToabl onpe/iesieHus 1eJIeBbIX AHAJIUTOB
1.4.1 Tonkocaoiinasi xpomatorpagus

Tonxocnoitnas xpomatorpadus (TCX) 3aHuMaeT 0HO U3 BEIYIIUX MECT B
KAQUeCTBEHHOM M  MOJYKOJMYECTBEHHOM AaHAJIU3€ CJOXKHBIX MPUPOIHBIX,
(dapMaleBTHUECKUX, MEIUKOOMOJIOrHYECKMX W XMMHYCCKUX 00BekToB [77, 78].
OcHoBHBIMHM TipeuMmyiiecTBaMu TCX sBIsIOTCS €€ ObICTPOTa, CTAOMIIBHOCTD,
ruOKOCTh WM HH3Kasg crouMmocTh anammsa [79, 80]. B ¢dapmaneBTuueckoit
npoMbIiuieHHOCTH TCX mpuMEHSIOT i ObICTPOro Ka4eCTBEHHOTO aHaju3a WU
uacHTH(QUKAMK pa3indHbIx 00bekToB [81]. HecmoTpst Ha Bce mpenMmyimecTBa
TCX naHHbI MeTOn ISl ompefeneHus (IaBOHOUIOB TOPSHKU MPUMEHSIOT
CPaBHHUTEIIBHO PEIKO.

ABTopbl  pabotel [42] cpaBHmm BOXX u  BBICOKO3()PEKTUBHYIO
TOHKOCJIOMHYIO xpomaTorpaduro (BOTCX) C JIEHCUTOMETPUY ECKUM
JETEKTUPOBAHUEM HKApUMHA W3 TATH PaA3IMYHBIX 00pa3IOB CYXOro HKCTpPaKTa
Epimedium koreanum wu He oOHapyXwJiud B TMOJYYEHHBIX JABYMS METOJaMHU
pe3yabpTarax HUKAKUX CTATUCTUYECKH 3HAUYMMBIX paznnuuii. BOXKX npoBoamnm
Ipyu KOMHATHOM Temmneparype B TeueHue 40 muH. B kadectBe moaBmxkHOU (ha3bl
ucrnoas3oBany aneToHUTprs1 U 0,03%-HbIl BOIHBIN pacTBOp TPUDPTOPYKCYCHOM
KUCTOTHI. JleTekTupoBanu npu 270 HM.

BOTCX mpoBogmim Ha crekisHHbIXx ToiactuHax —Kieselgel 60 F 254
(10 x 10 cM) ¢ wWCHONB30BAaHMEM B KA4YeCTBE IMOABMXKHON (ha3bl CMECH U3
JTUJIALETaTa: JIEASHOM YKCYCHOM KHUCJIOTBI: MYPAaBbUHOW KHUCJIOTBI: BOJBI
(10:1:1:2 mno o0bémy). Bpems omoupoBanust coctaBimsuio 20 muH. s
BU3YalIU3aINK Pa3eIEHHBIX BEIIECTB UcTob3oBas Y D-o0mydyenue mpu 270 HM.
[loka3zaHo, 4YTO MPEIJIOKEHHBIM METOJ MOXXHO NPUMEHSTH JJIsI ONpPEACIICHUS

WKApUWHA B OKCTPAKTAX TOPSHKH.
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1.4.2 KanuaJasipHblii 2JieKkTpodope3

Kammnsipasriii anextpodopes (KD) Ha cerogHsnmHuil 1eHb SBISETCS OJTHUM
u3 Hauboyee NEPCIEeKTUBHBIX M BBICOKOA(P(GEKTUBHBIX METOJOB pa3/eliCHus,
aHaiM3a CJIOXKHBIX CMECeM M HaXOAWUT BCE Oojiee MMPOKOE MPUMEHEHHUE, B TOM
YHCIe JJISL WCCIICAOBAaHUS JIGKApCTBCHHBIX pactenuit [82-93]. dauublii meton
XapaKTepU3yeTcss SKOHOMUYHOCTBIO, OJlarofaps SKCIPECCHOCTH aHalIn3a, BHICOKOU
3¢ (HEKTUBHOCTBIO Pa3IeicHUS U HeOOJBIIINM PacxoaoM peareHToB [94, 95].

KD npumensitor u i aHanusza ¢uaBoHOUIOB TopsiHKU. [Ipemioxen meron
KO-Y® nns ongHoBpeMeHHOro ompefelieHuss UKapuuHa, wukapusuaall u
snumennna A [49]. Cyxue MuCThsS SKCTparupoBain 3TaHoioM: Bogok (70: 30) mox
JEHCTBHEM yIIbTpa3ByKa, IIOCIE€ 4Yero Tmpomyckaau uepe3 komoHky HP 20
(500 x 20 mm), mpuMeHsis B KadecTBe dar0eHTa 60%-HbIi 3TaHo. ONnTUMAaIbHBIC
ycioBuss KO ObulM monydeHbl MpU HKCHONb30BaHMKM & MM OopaTta HaTpus B
anetorntpuie-soae (60: 40 mo o6wvémy) (pH 11,4), mampsokenuun + 20 kB u
neTexkTupoBaHuu npu 270 HM. MUHUMasbHBIE OINpeAesieMble COAEPKAHUS IJIs
Tpex (¢umaBoHounoB Kojebamucb ot 0,24 go 0,84 mr/kr  (OTHOIIEHHE
curHai/ urym > 3).

[lukn wuaeHTUDUIMPOBATM TpeMsi CHOCOOAMHU: CpPaBHEHHMEM BpPEMEH
MUTpAllUd THUKOB HEU3BECTHBIX KOMIIOHEHTOB CO BpEMEHaMH MHUTpaLUH
CTaHJIAPTHBIX 00pa3llOB, IMOJYYEHHBIMH B TE€X XK€ YCJIOBUSX, CpaBHeHHEM YD
CTIIEKTPOB CO CIIEKTpaMH CTaHAApPTHBIX 00pa3loB HKapuuHa, ukapmsuaa Il u
MUMeNNHA A, TOJTYYCHHBIMH B TE€X K€ YCIIOBHUSAX, HCIOJB30BAaHHEM METOJa
700aBOK.

Jlanubie, monydeHHsie MetogoM KD-Y®, noareepxnann BOKX-VD [96].

O0a MeTo/Ia Aau COTIOCTaBUMBIC Pe3yIbTaThl (TalI. 2).

Tabmuna 2 — Cogepxanue (hIaBOHOMIOB B JINCTHAX PA3IUYHBIX BUIOB TOPSIHKHU, MOJTYYEHHbIE
metogamu K23-YO® u BOKX-Y® (mkr/kr) [49]

No Nxapuun Hxapusun 11 OnuMmenuH A
/' Ob6paszen

T/t KD BOXX K3 BOXX K5 | BOXX
1 | E. sagittatum Maxim. 20,4 20,8 4,2 4,5 10,4 10,8
2 | E. pubescens Maxim. 32,5 31,0 9,0 8,7 18,4 17,6
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No Nxkapuun Uxapuzup 11 OnuMmenud A
n/m Obpasen KD BOXX KD BOXX KD BOXX
3 | E. wushanense T. S. Ying 54,2 52,7 12,0 11,2 36,2 35,7
4 | E. acuminatum 16,3 16,9 4,2 4,4 12,1 11,6
5 | E. koreanum Nakai 74,1 72,8 20,3 19,6 55,6 57,1
6 | E. leptorrhizum Stearn 67,5 66,2 16,2 16,6 46,8 46,0
7 | E. membranaceus Franch 45,3 44,1 11,4 10,7 29,2 28,5
8 E. fargesii Franch 55,4 52,9 16,2 16,1 40,0 39,2
9 | E. davidii Franch 28,1 26,4 6,3 6,0 16,3 16,2
10 | E. sutchanense Franch 42,7 43,2 13,1 12,5 31,2 30,9

N3 Tabm. 2 crmemyer, 9ro cojaepxkaHue (HIABOHOWIOB 3aBHCHT OT BHJA
TOpSIHKU. DTO O3HA4YaeT, YTO PACTEHHUS Pa3HBIX BUJOB CUJIBHO OTJIUYAIOTCS IO
KaueCTBEHHOMY COCTaBY U 10 (papMaKooruaeckomy 3 exry.

ABtopsl paboThl [97] ontumuzupoBanmu meron [98] mist KOTMYECTBEHHOTO
ornpeseneHus (IaBOHOUIOB B TOPSHKE C UCIOJIb30BaHUEM KAMWIIIPHOTO 30HHOTO
anektpodopesa (K33D) ¢ nuogHo-MaTpuYHBIM JETEKTUPOBAHUEM JJII KOHTPOJIS
KaueCTBa PACTUTEIBHOTO CHIPbSI W MEIUIIMHCKUX MPEnapatoB Ha €ro OCHOBE.
Jlyummee  pa3zjeneHue  JEHCTBYIONIMX  KOMIIOHEHTOB  JOCTHUTHYTO  TpHU
ucrnosp3oBanuu 50 MM GopatHoro Oydeproro pactsopa (pH 10,0), cogepkariero
22% aueToHUTpUSAa B KauecTBe MojudukaTopa, HamnpsbkeHud 15kB wu
temmnepatype 25 °C (puc. 1).

B Ta6xn. 3 mpuBeneHsl MOMydeHHBIE pe3yiabTaThl. CTOUT OTMETHTh, YTO B
KaueCTBE BHYTPEHHETO CTaHapTa UCIIOIh30BaIi PYTHH.

JlaHHBIEC PE3YIIBTATHI COTIIACYIOTCS € pe3yibTaTamMmu paboTsr [98].

B nmnocnenHee Bpemss IUPOKOE BHUMaHUE TPUBJICKIA KaNWJUIpHAs
snekrpoxpomarorpadus (KOX) [99-108]. Dto rubpuaHblii METOA, COYCTAIOIIMIA
npuHimnel KO nu BOXX. B KOX neuwxenune noaBuxHOM ¢aszbl 4epe3 KOJOHKY
co3maéTcs 3a CUéT MPWIOKEHHOTO BOJU3M KOHIIOB KaMWJUISpa 3JIEKTPUYECKOTO
MOJIST  BCIIEJICTBHE DIJIEKTPOOCMOCA, a pa3/eliecHHe aHAJIWTOB IPOHMCXOJHUT Kak
BCIIEACTBUE pa3auuMsi B HUX DJJIEKTPOHOPETHUECKOW TMOJABUKHOCTH, TaK U

BCJIEJICTBUE UX PA3IMYHOTO B3aUMOJICHCTBUSI C HETIOBMKHOU (ha30ii.
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Puc. 1. Dnexrpodeporpamma, nonyueHHas metogoM K33 ¢ 50 MM Gopathbeim Oydepom
(pH 10.0) ¢ 22 % aneroHuTpUIIa, KAMUUIIPOM 56 cM X 75 MKM, ¢ HanpsbkeHueM 15 kB,
temneparypoii 25 °C, ¢ urxekuueit oopasua nox gasiaerueM 50 mOap x 5¢, ¢ JeTEeKTUPOBaHUEM
npu jyuHe BostHbl 270 HM: (A) cranaapTHOro obpasia u3 4 guasonoun 108, (B-D) Epimedium
sagittatum, (E) Epimedium pubescens, (F) Epimedium wushanense u (G) oOmiuii SKCTpakT

¢dmaBonouoB Epimedium, rae 1 - snumenun B; 2 - smumennn A; 3 - snumenun C; 4 - ©KapuuH,

IS — pytun [97].
Ta6muna 3 — Conepxanue (h1aBOHOMIOB B Pa3IMIHbBIX 00pa3iiax ropsHku (mr/t) [97]
15911 Obpazen Onumeand B | Onumeann A | Dnumenun C | Ukapuun
1 | E. sagittatum Maxim. 1,4 2,2 16,9 54
2 | E. sagittatum Maxim. 5,7 6,9 26,9 16,3
3 | E. sagittatum Maxim. 3,0 4,2 58,4 6,9
4 | E. pubescens Maxim. 3,7 7,8 4,8 3,0
5 | E. wushanense T.S.Ying 6,0 9,3 14,4 6,4
g | QOwmit oxcrpakr 39,0 72,4 125,1 172,1

¢bmaBoHouoB Epimedium
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K3X umeer psn npuHIMIIUATBHBIX TOCTOMHCTB MO CPABHEHHIO C JIPYTUMU
XpomaTorpauuecKuMu METOJaMH: MaJlblii PacxoJl PearecHTOB U PacTBOPUTENICH,
OTCYTCTBHME HACOCOB BBICOKOTO JIaBJICHHUS W MPOCTOTA YIMPABICHUS IMOTOKOM
MOJBW)XHOU (Da3bl C TMOMOIIBI0 M3MEHSEMOTO HAIMpPSDHKEHHUS, BBICOKAs CKOPOCTh
pasaencHus [109]. Bcé sro crumymupyer BHeapenue KDOX B mpakTHKY
aHATMTUYECKUX paboT, MOAITOMY KPYT 0OBEKTOB, AHAIIM3UPYEMBIX ITUM METOJIOM,
JIOCTaTOYHO IIMPOK, B TOM YHKCJIE BKIIOYAET (IaBOHOUIBI M3 HEKOTOPBIX
pacTHTEIbHBIX JIeKapCTBEHHBIX TpaB [110-112].

Omnwucan meron KOX [47], mO3BOJISIIOMINN OJJHOBPEMEHHO ONPENCIUTh CEMb
¢maBononnoB: rekcangpazua E u  F, xemndepon-3-O-pamHO3uA, HKapuuH,
snumenH A, B, C u BHyTpeHHMI cTaHaapT - OalikaneuH. MccnenoBano BiusiHUE
TaKuX MapaMeTpoB, KaKk KOHIEHTpaius OydepHoro pactBopa, pH u conepxanue
anetonntpuia. Heo6xomumoe pazaenenue (puc. 2) MOJIy4duiv MPU UCIIOJIb30BAaHUHU
kamwuisipa  Hypersil C18 (3 mkMm, 100 MM X 25 ¢cM) W MOIBHXKHON  (asbl,
coctosiieit uz 20 MM docdaraoro Oydepnoro pacteopa (pH 4.0): aueronurpuna
(70: 30 mo 06Bémy) mipu 30 kB u 25 °C B Teuenue 20 muH. [Ipenen oOHapyxeHuUs
U MUHHUMAJIBHO OMpeaesieMoe coJepkanue cocTtaBwm 8,6 u 42,8 MKr/mi
COOTBETCTBEHHO.

B 1a61. 4 npencraBiieHbl MOMyYE€HHbBIE PE3YyJIbTATHI.

Ta6nuia 4 — Comepikanue UCCIENYEMBIX KOMIIOHEHTOB B ropstike (mr/r) [47]

No O6pasen 1;[;12103311;1- I;grg(?s: 1;[;1;2?1}; Onume- | Dnume- | Onume- | Hka-
/i E paMHO3ML = IUH A ouH B muH C pUMH
1 [E.brevicornum 1,0 0,6 2,1 1,1 2,7 1,9 2,7
2 [E. sagittatum - - 9,4 1,1 0,7 6,8 1,3
3 |[E.wushanense - 0,8 2,7 1,5 1,2 24,1 2,9
4 Ef;’;ff;cens " : 12 | 17 | 19 | 54 | 63
5 E'CEIE:’;SE:”S s i 0,8 22 20 | 105 | 28
6 [E. koreanum + - - 2,3 2,8 1,6 57

* aHaJUT HE OOHAPYXKEH,
** comeprkaHNe aHAIUTA HIDKE TIpejIesia OnpeIeICHUs.
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Puc. 2. KanuinspHele 3JIeKTpOXpoMaTorpaMmsl (A) CMeCH CTaHAAPTHBIX PaCTBOPOB U
skctpakToB (B) E. brevicornum, (C) E. sagittatum, (D) E. pubescens u3 I'yancu, (E)
E. pubescens u3 Cerayans, (F) E. wushanense u (G) E. koreanum, rae 1 - rekcanapasun
E, 2 - kemndepoi-3-o-pamuo3u, 3 - rekcanapasun F, 4 — snumenus A, 5 - snuMenuH B,
6 - smumenun C, 7 — ukapunH, 8 — OaiikaneunH [47].
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CorinacHO JaHHBIM, CONIEPKAHHUS CEMH HCCIEAYEeMbIX (PIaBOHOUIOB
3HAUUTEIBHO OTJIMYAIOTCA MEXAy Buaamu Epimedium, d4ro woxer OBITH
OOBSICHEHO Pa3IMYHBIMH MECTaMU IPOU3PACTaHHs, BpeMEHEM cO0pa U yCIOBUSIMH
xpaHenus. [lanHabie Ta0n. 2-4, yKa3pIBalOT Ha HEOOXOJAUMOCTh KOHTPOJISI Ka4yecTBa
PacCTUTEIBHOTO CBHIPhS IS IPOBEICHUS €T0 CTaHIapTU3AIHH.

[Tpu cpaBHEHHH JBYX METO/OB CIeIyeT OTMETHTh, yTo K390 B oTinume ot
KDX TtpebyeTr MeHbIIe BpPEMEHH, SKOHOMHYECKHX 3aTpaT M TEXHUYECKOTO

00CITyKUBaHUS.
1.4.3 T'a30Bas xpomaTorpagus

I'X wucnons3yroT sl pasfeneHuss ra3zoo0pas3HbIX, XUIKUX M TBEPIBIX
BEIIIECTB, KOTOPBIC JIOJDKHBI YIOBJIETBOPSATH OIPEACIEHHBIM TPEOOBAHUSM,
TJIaBHOE W3 KOTOPBIX — JieTydecThb. Ecim ke coequHeHne He 00JagacT JaHHBIM
CBOWCTBOM, TO TMPEIBAapUTEIbHO TMpoBOAAT jaepuBaru3anuio [113-115]. Eé
MPUMEHEHUE MPUBOJIUT K TMOJTYYEHHUIO OoJiee JIETyYUX COCIUHEHUN, CHUKEHUIO
MOJIAPHOCTH ~ QYHKIIMOHANBHBIX TPYNN, ¥ KakK CIEACTBUC, YJIyYIICHUIO
xpomarorpaduueckux cBorcTB BemectB [116-118]. HawmbGosee mnomynaspHbIM
netektopoM B ['X SBIAETCA MIAMEHHO-MOHM3AUMOHHBIM. OZHAKO B TOCIEIHEE
BpeMs BCE OOJIBIIYI0 TOMYJISpHOCTh mnpuodperaer komOuHanusa ['X u MC.
OOBIlYHO ~ JIIT  TIOJNIYYEHHS]  TPOU3BOJHBIX  (PIIABOHOMIOB  MPUMEHSIOT
TpuUMeTHICHIMIbHBIC peareHThl [119]. B padote [30] s onpenencHus MKapurHa
U JIECMETWJIMKAPUTHHA B KA4ECTBE JIEPUBATU3UPYIONIUX areHTOB HCIIOJIh30BaIN
ouc(tpumetuiacuami)-N,O-tpudTopaneramu g (BCT®DA) u N-meTmn-N-
(tpumetuncunmin)rpudpropaneramusi (MCTDA) u oOHAPYX UM, YTO MPOIYKTHI
JIepUBATU3AIMA C TIEPBBIM peareHToM Oojee cTabuibHbl (> 48 u). B kauectBe
Karagu3aTopa JUIsl TIOJIHOTO 3aBEPIICHHMS PEaKIUHU WCIOIb30BAIA  IMHPUIUH
(BCT®A: nupuaun B cooTHomieHuu 4: 1). Takxe MPOBEIM HUCCICAOBAHUS JIA
OTIPEJICICHHUS] ONTUMAJIBLHOTO BpPEMEHH JEepPUBATU3AIMH, KOTOPOE COCTaBHIIO

60 muH. [Tpu 30 MUH OOHAPYKUIIA TPOMEKYTOUHBIC MPOIYKTHI (pHC. 3).
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50
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6.40 6.80 7.20 7.60 8.00
Bpemsa (muH)

Puc. 3. XpomaTtorpaMMsl 1o nogHOMY HOHHOMY TOKY TMC-ITpOn3BOIHBIX T€HUCTEMHA
(BHYTpEHHETO CTaHAapTa), UKApUTHUHA U IECMETUJIMKAPUTHHA 110CIIE JepUBaTU3ALIUN B
teuenue: a — 5 mu, b — 30 mun, ¢ — 60 muH, rae 1 — Tpu-TMC-nipousBoaHOE
reHuctenHa, 1' — nea-TMC-nipousBoHOE reHucTenHa, 2 — tpu-TMC-nipou3BoaHOE
MKapuTHHA, 2' - nBa-TMC-nipon3BoiHOE HKapuTUHa, 3 — yeTbipe- TMC-ipon3BogHOE
JeCMeTHIHKapuTUHa, 3' — Tpu-TMC-nipousBonHoe necMeTmirkaputuHa [30].

OTH. HHTEHCHBHOCTE, %0

B nocnegnue roasl I'X MeTOABI aHAIM3a CTAHOBITCA MEHEE IMOIMYJISPHBIMHU,
YTO OTpPaKACTCS B CHIDKEHMM KojudyecTBa nyOnukanuid. Ilockonbky st
omnpenesicHus (PIIABOHOMIOB TOPSHKH HEOOXOJMMO IIPOBEJCHHE JCPHBATH3AIINM,
YBEIIMYMBAIOIIEH BpEMs aHalIW3a, JaHHBI METOJ PEIKO TPUMEHSETCS B

WCCIIeI0OBaHMsIX pacTeHuid poaa Epimedium.
1.4.4 BoicokodpexkTUBHAA KUAKOCTHASA XpomaTorpadus

B3OXX B coueTaHuu ¢ pa3IMUHBIMU CIIOCOOAMHU JACTCKTUPOBAHUS SBIISICTCS
onmHUM w3 HauOosiee OSPHEKTUBHBIX I UACHTU(GUKAIMKM, Pa3ACICHUS W
OIpe/IeJICHUS aKTUBHBIX KOMIIOHEHTOB pactenuii [120-125]. O6mue cBeaeHust 006

OIpCaACICHNN AKTHUBHBIX KOMIIOHCHTOB TOPSAHKH METOOOM B2XX



CUCTCMATU3NPOBAHBI

IIPUMEPBI.

B TaOII.

27

5. Paccmotpum Oonee mNOApOOHO OTAETBHBIC

Ta6muma 5 — Onpenenenue GaaBOHOUIOB TOPSHKH MeTo1oM BOXKX

[wnana3on
HenonBrkHast JETCKTUPYEMBIX
Vinentud- ¢a3za; Macc (pexum
noABMXKHas (aza; nonuzamu*), | Cpip, | Jlute-
OOBeKT aHanM3a | [HUPOBAaHHBIE ’[detexTop
CKOPOCTb MOTOKA; SHEPTUst HT/MII | paTypa
COCTMHCHUS " .
00BEM BBOIMMON dbparmMeHTanuu,
IPOOBI HOHHBIE
TIEPEX0JIbI
Zorbax SB-C8
(250 x 4,6 MM,
Wkapuus, 5 MKM);
. SMUMEINH A, alleTOHUTPUII: YO, ) )
E. brevicornum snumenuH B, | 36% ykcycHas | 272 Hm [41]
snumeanH C | KHCIIOTa B BOJIE
(4: 100);
1 mn/MuH; 5 MK
Zgggxxa[gshﬁs 50-2000 Jla (+),
Hxapuun, 5 MK;{) | AMI, [677—531—369
E. koreanum uKapusu |, o ' 270 am; |531—-369—-313 | [56]
AMUMENNH A, a eTOHIII/I”1: - ESI- [839—677—531
srumesuH B, 8‘8 o /MI;’IH_ > | MC/MC [809—677—531
snumenuH C ’ ’ 823—677—531
10 mxa
Zorbax Ecllipse
Plus-C18
(250 x 4,6 mm,
E. koreanum, 5 MKM);
. Wkapuus,
E. brevicornum, METaHOIL:
SIIUMEHH A, JAM/,
E. pubescence, AIllCTOHUTPHIT: - - [40]
snnuMeanH B, 270 um
E. wushanense, 0,5 % pactBop
. snumenuH C .
E. sagittatum YKCYCHOM
KHCIIOTBI B BOJIC;
1 mur/mMuH;
20 MK
E. brevicornum, | Baoxyosun |, 120
E. sagittatum, 6aoxyosu Il, 110
E. pubescence, | 6aoxyosuz VII, |Acquity BEH C18 50
E. wushanense, |rexcanapasun E,|(50 x 2,1 mm, 1,7 110
E. koreanum, |rekcanmpasun F, MKM); 110
E. acuminatum, UKapUUH, 50 MM pactBOp M 130
E. myrianthum, | xaoxyosuz C, YKCYCHOMU ’ - 130 | [39]
.. 270 aMm
E. franchetii, |kemndepo:-3-O-| Kkucnotsl B Boje:
E. stellulatum, _pamHO3ux, aIleTOHUTPUI; 120
E. zhushanense, | 2 -O-pamuozun | 0,25 mur/mMuH;
E. lishihchenii, ukapuzun 11, 1 MK 120
E. davidii CaruTTaTo3un A, 130
E. fargesii carutraTo3un B, 50
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Jnamnazon
HenonpuxHas JETEKTUPYEMBIX
WUnewrndu- HOIIBI/I()li)(fj; da3za; Ii\I/IOanI?IS(E?I.[e;I:/II/E\;I Chin, | JluTe-
OObeKT aHajM3a | IUPOBAHHBIC >\ lerexTop ’ e
CKOPOCTh IOTOKA; SHEPTHUs HI/MJ | paTypa
COCAUHEHMUS P P patyp
00bEM BBOIUMOM ¢bparmenTanyu,
poObI WOHHBIC
TIePEXO0JIbI
E. hunanense SIHUMENH A, 50
E. leptorrhizum | snumenun B, 120
E. platypetalum | smumenun C, 50
E. sutchuenense | snumenosun C 120
Hxapuumn,
SMUMEINH A, XB-C18
snuMenuH B, (250 x 4,6 MM,
smumenud C, 5 MKM);
E. koreanum, CaruTTaTo3U] B,| 0,05 % pactBop | JAM/,
E. wushanense | 2 -O-pamuosun | ¢ochopuoir | 270 HM; - - [129]
nkapuzun Il, | KKUCIoTHI B BOAE:
aHTH]IPO- aIlCTOHUTPHUI;
WKApUTHH, 1,0 mn/MuH;
SIHUME0- 10 Mxn
KopeaHo3un |
Zorbax Eclipse )
Ukapuzosug C, plus RP-C18 842—531—-369| 8,5
(250 x 4,6 mm,
6aoxyosun I, 5 . 501—355 18,3
snuMeno3us A MEM); AML, 664—356 136,0
E. elatum BOJIA: 270 HM; .| [126]
SMUMEINH A, ALCTOHNTDILT ESI-Mé 840—531—370]| 55,1
snuMenvH B, H(75. 25)R 810—531—369| 28,5
sruMennd C, 05 MH/MH’H 824—531—-369| 48,0
HWKapuUH ' ’ 678—369 17,7
5 MK
baoxyosun I, 47
6aoxyosun I, 110
E. brevicornum, baoxyosun VI, 123
. rekcanapasun E, 45
E. sagittatum,
E. pubescence rexkcannpasun F, 45
' ' WKapHHH, Zorbax SB-C18 50
E. wushanense, JMJI,
kaoxyo3ua C, | (250 x 4,6 mwm, ) 130
E. koreanum, ) 270 uwm;
E. acuminatum, [<SMndepon-3-O- S MKM); ESI-MC
' . ' paMHO3uUI, BOJIA! 100-1000 Hda (+)| 46 [52]
E. myrianthum, | .~ JUTSI TIOA-
. 2 -O-paMHO3MJI | aIleTOHUTPHIT;
E. franchetii, TBEp-
ukapuzug 11, 1 mur/mMuH; 120
E. stellulatum, KIEHUS
CaruTTaTo3um A, 10 M 131
E. zhushanense,
. .. ' |caruTTaro3un B, 46
E. lishihchenii,
E_ davidii SMUMEINH A, 51
' snmuMennH B, a7
sruMennd C, 49
srmumeno3ug C 47
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Jnamnazon
HenonpuxHas JCTEKTUPYEMbIX
Vinentud- (ha3za; Macc (pexum
noJBIKHas (aza; nonuzatuu*), | Cpp, | Jlute-
OObBeKT aHanM3a | [HUPOBAaHHBIE [lerexTop
CKOPOCTh IOTOKA; SHEPIrUs HI/MII | paTypa
COCAUHEHMUS R .
00bEM BBOIUMOM ¢bparmenTanyu,
poObI WOHHBIC
TIePEXO0JIbI
RP18
51 akruBHbnd | (100 x 2,1 mm,
KOMIIOHEHT, B 1,7 Mmxm);
TOM YHUCJIE: 0,3% pactBop ES- (-),25B
E. koreanum HUKapUUH, MypaBbUHON MC/MC 721,23—367,12| - [35]
SIMMENNH A, |KHCIOTH B BOJIE: 837,28—367,12
snuMenuH B, AIETOHUTPUIT; 807,27—367,12
srmmenni C 0,25 ma/MuH; 821,29—-367,12
2-10 Mk
Zorbax Eclipse
Jiweiling — XDB-CI8
i (4,6 x 150 mm, )
Bal?{(;?ﬁnﬁ?lgﬁ) oK HxkapuuH, 5 MKM); 721,2—513,1 8’2(7)
- mp 0l unepu, 0,1% pactsop | ESI- | 463,1-53000 | ;oo | o
Alepralll SMUMEINH A, mypaBbuHoOit | MC/MC | 837,2—675,2 '
JKCTPAKT 1,10
SIIUMeNNH B, | KHCIIOTEL B BOJE: 807,3—645,2
JKEHBIIEHS U 1,01
smuMennH C allETOHUTPUIT, 821,3—659,2
TOPSTHKU }
0,7 mi/MuH;
20 MK
Capcell Pak C18
(150 x 2,0 mm,
5 MKMm);
5MM ¢popmuar (+)
Uxapuun, aMMOHHS B BOJE 677—369
E. koreanum, UTIEPUH, (pH 4,0): 90% ESI- 465—303  |meHee [38]
E. sagittatum snmuMmenuH A, | aneronutpuic | MC/MC 839—369 500
snumenuH B, 5 MM gopmuatom 809—369
snumenna C aMMOHMS 823—369
(pH 4,0);
0,3 mur/mun; 10 MK
1
| *)
E. brevicornum, | Baoxyosun I, Zorbax SB-C18 515
E. koreanum, UKapUUH, 677
(100 x 2,1 mm,
E. pubescence, |carurrato3us B, 647
. = 3,5 MKkMm);
E. sagittatum, | 2 -O-pamHO3n1 o
0,3% pactBop
E. wushanense, ukapuzun 11, CCVCHO ESI-MC 661 3,7— [37]
E. acuminatum, | smumenud A, KHCJ};OCTzICBc;o o 839 9,1
E. myrianthum, snuMennd B, ALLCTOHUT Hﬁ.' 809
E. truncatum, srmmeun C, HCTORMTPHIL, 823
. 0,2 mu1/MuH;
E. davidii, KBEpIIETUH 303
. 5 Mk
E. membranaceum| (BHyTpeHHHU

CTaHAapT)
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Jnamnazon
HenonpmwxHas JETEKTUPYEMBIX
Vinentud- (ha3za; Macc (pexum
noJBIKHas (aza; nonuzatuu*), | Cpp, | Jlute-
OObeKT aHanm3a | IUPOBAHHBIC ’\detektop
cocmumerms  |OXOPOCTh MOTOKS, SHEPTUs HI/MJI | paTypa
00bEM BBOIUMOM ¢bparmenTanyu,
poObI HOHHBIC
TIePEXO0JIbI
29 (peHonpHBIX
COCIUHCHHI, B
TOM YHCJIE: Zorbax SB-C18 (-),25B
rekcanapasun E,| (250 x 4,6 mm, 677—515—352
WKapUUH, 5 MKM); 721—513—366
uKapusu |, 0,1 % pacTtBOp ES- 529—367—352
E. koreanum ukapusun Il, MypaBbHHOMN MC/MC 513—366—351| - [127]
KaoXyo3uJ A, |KHUCIIOTHI B BOJE: 963—801—367
Kaoxyosua B, AIETOHUTPUIT; 963—801—367
SIHMMENNH A, 1,0 mur/mum; 873—675—367
snuMenuH B, 10 mxn 843—645—366
srumeun C, 857—659—366
3IUMeno3ug A 661—353—298

[Tpumeuanue — * —pexxuM HOHU3ALUU: (+) - pEXKUM PErucTpaIiy MOJI0KUTEIBHO 3apsKEHHBIX
HOHOB, (-) - PEXKHUM PETUCTPAIUU OTPHUIIATEIILHO 3apsHKEHHBIX HOHOB

Yame Bcero mns ompezeneHus (HIAaBOHOMAOB TOPSHKH HCIIOJIB3YIOT
oOpamienHo-(da3oBeiii  BapuanT BOXX. B kauectBe HenmoaBwxkHBIX (a3
NPUMEHSIOT pa3inyHble TUAPO(POOHBIE COPOCHTHI C MPUBUTHIMH AJTKHIILHBIMU
pagukaiiamu (Tabis. 5). B OOJBIIMHCTBE CIy4aeB HCHOJIB3YIOT KOJOHKH CO
cepuuecKUMHU YacTUIIaMH COPOEHTa TMaMETPOM 5 MKM, a UHOT/Ia U MEHee 2 MKM
(MeTon yNBTPaBBICOKOAI(P(GEKTUBHON SKUAKOCTHOW Xxpomatorpadumn) [35, 39].
Hcnonp3oBaHue COpPOEHTOB C JUAMETPOM 3€pEeH HE BBIIIE 2 MKM, MO3BOJIET
COKPaTHUTh MPOJIOJIKUTEIHHOCTh aHAIIN3A.

Paznenenne ¢aBoHOWIOB TPOBOAAT, KaK MPaBWIO, NPU DIFOUPOBAHUU
CMECSIMH alleTOHUTPUJI-BOJA WJIM METAaHOJ-BOJA C HEOOJBLUIMM COJEp>KaHUEM
YKCYCHOW Wi MypaBbuHOW kucior [36, 40, 41]. Dtu nonBuxHbIC (Ga3bl yI0OHBI
JUTSL pa3ieNieHUs] CIOXHBIX cMeced Kak (pIaBOHOMIOB, TaK M WX TIUKO3UIOB B
YCIOBHSX TPaUCHTHOTO dmronpoBanus [39-41].

B xadecTBe 1eTEKTOPOB MPH ONPENCTICHUH ICHCTBYIOIINX BEUIECTB TOPSIHKU
metogoM  BOXKX  wucnomesyior  cnektpodortomerpuueckue [41],  mmomHO-

matpuunbie [39, 40, 52], macc-cnekrpomerpuueckue [36, 37, 127].
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CriekTpooTOMETPHUYECKOE JETEKTUPOBAHUE OOBIYHO MPOBOIAT 1pu 270 HM.
C ucnons3oBanuem Merona BOXKX-Y® uccnenoBanu math BUIoB ropsuku [128].
Haubonpiee koaumuecTBO (IaBOHOUIOB OOHAPYKEHO B JIUCTHSIX TOPSHKH, 3aTEM B
KOpDHSX W HaWMeHbIllee B CTeOMAX. ABTOpel paboTel [41] wuccnemoBamm
10 nmpencraBuresei E. brevicornum, coopaHHbIX BO BpeMs LIBETCHHUS B pa3InYHBIX
mecTtax Kuras. Bee 06pasibl mmenu ropasno 0osbliee coaepKaHue JeHCTBYIONIIX
BemecTB (mkapumHa 8,5 — 39,9 mr/r, snumeauna A 2,3 — 8,4 mr/r, snumenuHa B
6,7 — 55,7 mr/r, snumenuna C 5.4 — 23,0 Mr/r, oOmiee coaepkaHUE IIEJIEBBIX
BemectB 29,1 — 123 mr/r), yem yka3aHO B KHTaickoil (apmakomee (s
UKapuuHa — 5 Mr/r, obmiee conaepkanue (IaBOHOMAOB — 13 MI/T), YTO MOXKET
HEraTHUBHO OTPA3UThCS Ha 0€30MAaCHOCTH OMOJIOTMYECKH aKTHUBHBIX JO0ABOK WIIH
JICKapCTBEHHBIX CPEJICTB HAa OCHOBE OJKCTPAKTOB TOPSHKH. Takum oOpasom,
KOHTPOJIb KauyecTBa PACTUTEIBHOTO CBIPhS SBISIETCS BAaXXHOM M aKTyallbHOM
3aJaucH.

IIpu ompenenennn (HIABOHOWAOB TaKXKE MPHUMEHSIOT OJHOBPEMEHHYIO
pEruCTpalMi0  TPU  HECKOJBKUX  JUIMHAX BOJH -  JIUOJHO-MAaTPUYHOE
nerektupoBanue [39, 40, 52]. Ilpenensl oOHapykeHUs (DIABOHOHUIOB B TaKOM
ciydae 00br4HO coctaBisieT 45 — 131 ur/mu. B pab6ore [40] mpemmoken cmocob
aBTOMATU3UPOBAHHOM  KJaccH(UKAIMK,  yOPOUIAIOMUH  MOP(OIOTHUECKYIO
TakcoHOMHIO BuA0B Epimedium, ¢ momompio BDOXX ¢ auogHO-MaTpHUHBIM
nerektupoBanueM. C MOMOINIBIO MPEJIOKEHHOTO MOX0Ja BO3MOXKHO Pa3IMYUTh
JIBa CXOXKHUX MEXIy cooort Buma Epimedium koreanum u wushanense [129].

B mocnennue roapl s maeHTHPUKAIUKA W ompeneieHus (HIaBOHOHJIOB,
MPUCYTCTBYIOMIUX B JICKAPCTBEHHBIX PACTCHHIX W MPOJIYKTaX MHUTAHMS, BCE Yalle
UCTIONB3yIOT MeTo BDXXX ¢ Macc-CeKTpoMEeTpUYeCKHM JIETEKTHPOBAHUEM
(BOXX-MC) B ycinoBusx HOHHU3AIMK djeKTpopacnbuienuem [37]. [eicTByrorme
BCII[ECTBA TOPSHKU MCCICAYIOT KaK B PEXUME PETUCTPAIUU TOJIOKHUTEIBHO
3apspkeHHBIX [38], Tak W oTpHIATENbHO 3apsHKeHHBIX WOHOB [36]. B mepBom

cilydae (uaBoHOMABI  yale BCETO 0o0pa3yloT  MPOTOHUPOBAHHBIE
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monekynsl [M+H]", a Bo BTOpoM — aenpoToHupoBaHHbIE MoneKynbl [M-H] u
annykTel [M+2H20-H], [M+HCOOH-H][36, 127].

WNnentudukaius uim noaTBEpKIeHUE MOJIMHHOCTH COEIMHEHUS — MEPBBIi
¥ BOXHEHIIMIA Iar s CO3JaHUs KOJMYECTBEHHOro aHaim3a. MHdopmamuio o
CTPYKTYypE BEIIECTBA MOXHO TOJYYUTh C MCHOJIB30BAHMEM TaHIEMHBIX Macc-
crektpomeTpoB [36, 127], a Macc-CeKTpOMETPHsl BBICOKOTO pa3peIICHHS JaeT
TOYHYIO MaccCy JUIs ONpeAesieHus: OpyTTo-Gopmylisl aHaauTa [35].

C nmnoMompl0 TaHAEMHOM MacC-CIIEKTPOMETPUU  HUCCIENIOBAHbl MYTH
dparmeHTaMK GEHOIBHBIX COCTUHCHHUM ropssHKH [127]. YcraHoBIEHO, YTO MyTH
dbparmenranmu 3-0-, 7-O-, u 3,7-nqu-O-ruko3usioB otinyaroTcsa. Kpome toro, ¢
nomompto  pazpaboranHoro  KX-MC/MC  merona  mpoaHAIU3UPOBAHO
pacmpezeneHue GIaBOHOHUIOB B CEMH BHIaX TOPSIHKH.

C wucnonb3oBanueM merona BIXKX-MC/MC KOHTpOJIHUpPOBAIM KadeCTBO
npenapara Jiweiling, npeacTaBisiomero coooi TuoPUIN3UPOBAHHBIN MMOPOIIIOK,
COJICPIKAIIMIA AKCTPAKT KeHbIeHs U ropssaku [36]. C momomnisio BOXX-MC/MC
OoOHapy>keHO 15 aKTUBHBIX KOMIIOHEHTOB, COJIEPXKAIINUXCS B ATOM JICKAPCTBEHHOM

CpeICTRBE.
1.5 Onpenenenue Gp1aBOHOUTOB rOPSIHKH B OMONPoHax

[Tpu TPaJULIUOHHOM HOJXO0/Ie YCTaHOBJICHHE 0COOEHHOCTEM
(apMaKkOKMHETHKH JIEKAPCTBEHHBIX CPEICTB MPOBOJUTCA C HCIOJIb30BAHUEM
CTaHJIAPTHBIX MPOLEAYpP MOATOTOBKM OHOJOTHYECKHX JKHIKOCTEH, Kak MpaBHIIO,
MOYM WJIM CBIBOPOTKHM (IJIa3Mbl) KPOBHU, K aHAIM3y COJAEpPX aHUs OHOJOTMYECKU
aktuBHbIX BemiecTB (BAB) wu ux wmerabonuToB. JlaHHBIE TpPOUEAYpPHI
npeanosiaraloT  paszbamieHue mpoO, KOppekTHpoBKy ux pH (moakucrienue,
MOAIIC/IAYUBaHNE), DKCTPAKIMIO M TOBTOPHYIO SKCTPAKIUIO (PEIKCTPAKIIUIO)
OPraHUYECKUMHU PACTBOPUTENSIMHU, YHapUBaHHE U XUMHUYECKOE OCYIICHUE,
bunpTpanyio, TMOCIEIYIONIYI0 JOTMOJHUTEIbHYIO 00paboTKy ¢pakiuii B
3aBUCHUMOCTH OT KHCJIOTHOCTH OIpEAEseMbIX coeluHeHuil. s onpeneneHus

(1aBOHOMIOB TOPSHKMU TMOATOTOBKa MNpoO 0Opa3loB MOYHM BKIIOYAET B ceds
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o0eccoliBaHue  OpraHWveckuM pactBopurenem  (aneronutpmiom  [130],
meTaHojoM [131]) mnm pasbasienune Bogol [132]. OOpa3ipl KeaqH, CHIBOPOTKH
(mma3Mbl)  KPOBH  TOABEPTalOT  JKUIKOCTHO-KHIKOCTHOW  AKCTPaKIUU
ATHJIALIETATOM, TIOCTIE YEero OpraHMYECKH CI0M yHnapuBaroOT I0CyXa B TOKE a30Ta U
OCTaTOK BOCCTAHABJIMBAIOT MOIBHUKHOMN dbazoit [133-136] WJIn
meTaHojoMm [137-141]. Tlpu wucciaenoBanuu (HapMaKOKHHETHUSCKHX Mpoduicii u
pacripenielieHusi 0 OpraHaM W TKaHsAM wukapuuHa [142] u ukaputuna [143]
U3BIICKAIOT CEJIE3CHKY, ITOYKH, TI€UeHb, JIETKOE, CEepIIleé W TOJIOBHOW MO3T.
OOpas1iibl TKaHe TOMOTEHU3UPYIOT M KCTPArHPYIOT aHATUTHI allETOHUTPUIIOM.

B Hacrosdmee BpeMa a8 onpenaeneHus (IABOHOMAOB TOPSIHKUA B
Ouonoruueckux oOpaslax NPUMEHAIOT XpoMaTorpauueckue MeETOIbl €O
CHEKTPO(OTOMETPHUSCKUM JieTeKTHpoBanueM B Y®d-obmactu [130, 144] wun
KalWUISPHBIA 30HHBIA 3eKkTpodope3 [145], koTopsie TpeOYHOT 0053aTEIBHOTO
Hanuuus CO. [Ipu 3TOM HX 4yBCTBUTENIBHOCTh U JOCTOBEPHOCTh UACHTU(PUKALIUU
JI0OCTaTOYHO HW3Kas B CPABHEHUH C MAaCC-CIEKTPaTbHBIMA METOJAMHU aHalu3a, a
IPOAOKUTEIBLHOCTD aHAJIN3a BBICOKAs!.

B mocnennue ronmel ans MACHTH(PHUKAIMU W OMPEICICHUS HCCIETyEeMBIX
COCUHEHHH B OuONIOrHMYecKWX oOpaslax BCE 4Yalle HCIONb3YIOT METOJ
B2XXX-MC (MC/MC) B ycnosusix MOP [133, 137, 139, 146, 147]. Tak B paboTte
[137] nmanHBIE MeTOA WCHOJB30BAM MPU  HM3YYCHUU (HapMaKOKUHETHKH
(1aBOHOMIOB TIOCNIEe TMpUeMa CTaHIAPTU30BAaHHOTO SKcTpakra Epimedium. B
peKMME MOHUTOPUHTA 3aJlaHHBIX PEaKIUi TPHU PErHCTpaIi OTPHIATEIHHO
3apsHKCHHBIX MOHOB YCTAHOBWJIM, YTO MaKCHMallbHasl KOHIIEHTpAallMs WKapuuHA U
ukapusuga |l B kxpoBu nocruraerca udepes 0,5-1 4, a ukapusuna |, ukaputuHa u
JeCMETHIIMKapuTHHa — uepe3 8 4. Takue xKe pe3yiabTaThl OBLTM TOTy4YEHBI
aBTopamMu pabotel [133, 148] mpu perucrpanuu TMOJOKHUTEIBHO 3apsHKCHHBIX
MoHOB. HykHMI npeaen KOJIMYeCTBEHHOTO OIpe/esieHUs] UKapuhHa B ChIBOPOTKE
kpoBu coctaBmi 10 mir/mi [149]. TloaroroBka mpo0 BkItOYaia B ceOsi MPOBEICHHE

nepuBatuzaluu  (puc. 4), a JIETeKTUPOBAHHE OCYIIECTBISUIOCH B  PEKHUME
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MOHUTOPHUHIA 33IaHHBIX PEAKLUU IIPU PErUCTPALMU ITOJOKUTEIBHO 3apsKEHHBIX

MOHOB Tiepexojia m/z 910—764.

OH
/&/ (o)
HOHO e H

NaHCO,/NaOH

—_—>
pH10.5

60 °C, 3 min

N
HiC” CH,

Puc. 4. Cxema XUMHYECKOHN pEakKIlny JepuBaTH3AIMN HKapruHa [149].

Takum oOpa3zom, npumeHenue weroga BOIOXX-MC (MC/MC) ans
ornpeaeneHus (HIaBOHOUIOB TOPSHKH B OMOJOTHYECKUX 00pasiiax MmpeCTaBiseTCs

NIEPCIIEKTHBHBIM.
1.6 UccnenoBanusi MeTtado1u3Ma (pJIaBOHOUA0B FOPSTHKHU

buotpanchopmanus — meraboauueckoe MpeBpallleHue HHIOTCHHBIX U
HK30T€HHBIX ~XMMMYECKHX BEIIECTB 4Yalle Bcero B 0Oojiee  MOJIAPHBIC
(ruppoduiibHbie) coenrHeHus. OObIUHO Mpu OnoTpancpopMmanuu cBoiictBa bAB
U3MEHSIOTCS  OT JUNOQUIBHBIX, OJAronpusTCTBYIONUX adcopOuuu  depes
JUNUAHBIE MeMOpaHbl, K TUAPOPUIBHBIM, CHOCOOCTBYIOIIMM IOYEYHOU
sKcKpenuu. VckitoueHne 13 3Toro o0IIero rnpaBuia — BhIBEJICHUE JIMMTOPHIbHBIX
JETYYuX COCIWHEHUN Yepe3 OpraHbl AbixaHus. M3MmeHeHne xumMuyeckor (Hopmbl
BeIlleCTBA MPU OMOTpaHChHOpPMAIIUU MPUBOJIUT U K U3MEHEHHIO €r0 OMOJIOTMYeCKON
aktusHoctu [150].

buotpanchopmaiyisi OOJBIIOrO 4YMCIA COCAUHEHMH pPa3HbIX XUMHUYECKUX
KJIACCOB IIPOTEKAET C UCIOIb30BAHUEM OIPAHUYEHHOT0 unciia (PEpMEHTOB.

[Tpomeccnt 1-it a3er OuoTpanchopMalii — TUAPOIU3, BOCCTAHOBJICHUE W
OKHUCJIEHHE. DTU peaklMd OObIYHO 3aBEPIAIOTCS HE3HAUYUTEIbHBIM YBEIMUYECHHUEM

rIPOGUITBHOCTHA MOJEKYJIbI [151].
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[Tpoueccer 2-i (a3l OuoTpanchopMalvy BKIIOYAIOT TIOKYPOHUPOBAHUE,
cyibhaTUpOBaHUE, alETUWIMPOBAHHE, METHIIMPOBAHME, a TAKXKE KOHBIOTAIIUIO C
AMUHOKUCJIOTAMM UM TJIYTaTUOHOM. OTH TPOLECCHl OOBIYHO 3aBEepIIAIOTCA
YBEIIMYCHUEM THAPOPUITBHOCTH | dMMHHANNN [152].

[Tporeccer ouoTpanchopmanuu MHOTOYHCJICHHBIX COCTMHEHUH
KaTaJ3uPYIOTCS OTPaHWUYEHHBIM YHUCIOM (EPMEHTOB. B HEKOTOPBIX Cllydasx
CHUHTE3 3TUX (EPMEHTOB YCHIIMBAaeTCs MpH abcopOIuu BemiecTBa (MHIYKIIHS
dbepMeHTa), HO OOBIYHO BHEIIHWE (AKTOPHI HE BIMAIOT HAa MPOIECC CHHTE3a
dbepMeHTa.

depMeHTHl OMOTpaHCPOpPMAIIMN PACHPEICICHBI 10 BCEMY OPraHu3My H
IPUCYTCTBYIOT B OCHOBHOM B MHUKpPOCOMax M B IIUTO30JI€; HE3HAUUTEIbHAS YaCTh

(epPMEHTOB JIOKAIU3yeTCsS B MUTOXOHIPHUSX, SApe U JIn3ocomax (Ttadu. 6) [153].

Ta6muia 6 — OcHoBHbIE peakiu ouorpanchopmaiu BAB u ux nokanuszanus [153]

Peaknus ®epmeHT Jlokanu3anusa
1-a daza
Ocrepasa MHUKPOCOMBI, LIUTO30J1b, JIA30COMBI
I'uaponus [Tentunasa JIn30COMBI, BHEKJIIETOUYHO B KPOBU
Onokcua ruaponasza MuUKpOCOMBI, IUTO30J1b
depMEeHTBI BOCCTaHOBJIEHHUS MHuUKpPOCOMBI, LIUTO30J1b, B COCTaBE
a30-(-N=N-) u Hutpo- (-NO,) Tpynn MUKPO(DIOPHI

CDepMeHTI)I BOCCTaHOBJICHU A

N UTO30J1b, MUKPOCOMBI
kapOoHuapHOH rpynnsl (C=0) 1 ’ P

CDepMeHTI)I BOCCTaHOBJICHU A

UTO30JIb
B mucynbduao (RS-SR) 1
OCCTAHOBIICHHC ®epMeHThI BOCCTAHOBJICHUS ITuTo3oms
cynbdokcnnoB (R2S=0)
®depMeHTBI BOCCTAHOBJICHUS
MukpocoMbl, IUTO30J1b, MUTOXOHAPUN
XUHOHOB
®epMeHThI BOCCTAaHOBUTEIHHOTO
Mukpocomsl
JIErajJOreHUpOBaHUs
AJIKOroJIpJIeruAporeHasa [{uro3ons
AnpaeruaneruiporeHasa MWUTOXOHIPUH, IUTO30JIb
Oxucnenue
Anpnerunoxcuaasa [HuTo30115

Kcantunokcngasa [HuTo30115
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Peaknus depMeHT Jlokanu3anus
MonoamMuHOKCH a3 MuroxoHapun
JlmaMuHOKCH1a3a HuTo301b

[Ipocrarnanauu - H - cunrerasa Muxkpocombl
@I1aBUH-MOHOOKCHUI€Ha3a Mukpocomsl
Huroxpom P450 Mukpocomsl
2-s aza
depMeHTHI KOHBIOTAIIUU C
P . LA ¢ Mukpocomsl
IJIIOKYPOHOBOM KUCIIOTOU
depMeHTHI KOHBIOTAIIUU C
[uTo30J1b
cynbhaTom
depMeHTHI KOHBIOTAIIUU C
[{1T030171H, MUKPOCOMBI
[JIyTaTHOHOM
depMeHTHI KOHBIOTAIIUU C
MuUTOXOHIpHH, MUKPOCOMBI
AMUHOKHUCJIOTaMU
ALleTUIMPOBaHKE MuUTOXOHIpUH, TUTO30JIb
MeTtunupoBanue [{1T030171H, MUKPOCOMBI
VY 103BOHOYHBIX TME€YeHb — Haubojee Oorarblii UCTOYHUK (HEPMEHTOB,

KAaTAJIM3UPYIOIMX  peakuuu  OuotpaHchopmanuu. @DepMeHTbl HaxoIAT B
KEJTyT0YHO-KUIIEUHOM TPAKTE, JIETKUX, MMOYKaX, KOXKe, CIM3UCTON 000104Ke HOoCa,
B TKaHAX Tja3a M JPYruxX TKaHAX. BaxHyro ponb B MeTaboIM3Me HEKOTOPBIX
COCIMHEHHI UTpaeT KuIIieuHas MuKpodiopa.

Takum 06pazom, OHoTpaHcHopMaIHsl OCYIIECTBISIETCS TPEUMYIIIECTBEHHO B
MIEYCHU, HO MOXKET MIPOXOUTh B CTEHKE KEJIyAKa M KUIICYHUKA, B IIOYKaX, CEPIIIE,
JIETKUX, MO3T€ U B KPOBH. Bce M3MeHEHUs! TOKCUYHBIX BEIIECTB JI0 MOCTYIIJICHUS B
CUCTEMHBII KPOBOTOK HAa3bIBAIOTCS MPECUCTEMHBIM MeTabonm3mMoM. Hekoropeie
COCMHEHMsI, JOCTUTHYBIIME KPOBSHOTO pyclia, MOJIBEPraroTCsi W3MEHEHUIO B
camoii kpoBH (Ta0:. 6) [154].

B mnocnegnme gecsatminetuss mpobiema  ONpeneNieHHus  MeTaboIMTOB
JNEHCTBYIOIMX  KOMIIOHEHTOB  JICKAPCTBEHHBIX  PACTEHUH B CJIOXKHBIX
OMOJIOTMYECKUX MAaTpHIaX MpHoOpeTaeT BcE OONBIIYI0 akTyanbHOCTH [155-160].

MeTonbl 0OHapyKeHHs U UACHTU(PUKALUA META00JIMTOB MOXHO Pa3/IeIuTh HA TPU
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ocHoBHBIC KaTeropuu [131]. Eciim u3BecTHBI WM MpeacKa3yeMbl METa0OINICCKHIE
peakiuy, HaMpUMEp TaKhe KaK THUAPOKCHIMPOBAHUE WM JCANKUIUPOBAHUE, TO
METa0OIMTHI MOXKHO OOHApYXHTh IO MOJIEKYJISpHBIM Maccam [161-163]. Ko
BTOPOW KATETOPUH OTHOCATCS METOJbI aHaIM3a, OCHOBAaHHBIC HA JAHHBIX MacCC-
CIICKTPOMETPHHU BBICOKOTO pa3pelieHus (Ha ocHoBaHMH aedekToB mace [161-166],
C HCHOJb30BaHHEM u30TOmHOro ¢uibrpa [167, 168] wam BbMHMTAHUSA
¢dona [161-163, 169, 170]). TpeTss kaTeropus BKIOYACT B ceOs METOJT TaHACMHOMN
MacC-CIIEKTpOMETpUU  (perucrpanuss  HOH-poaykroB  [161-163, 171],
HelTpaapHBIX moTepb [161-163]). Ilocie Toro, kak MeTabOJUT OBUT OOHApYIKEH
OTHUM W3 BHINIEYKAa3aHHBIX CIOCOOOB, €ro CTPYKTypa MOXET OBITh
UJeHTU(GUIIMPOBAHA B COOTBETCTBUH C MPaBWIIaMH (PparMeHTallUU JAHHOTO KJlacca
coequHeHmnid [162-165]. OmpenencHue H30TOMHOIO COCTaBa MOXKET TaKKe
UCTIOJIb30BAThHCS MPH HAeHTH()UKAUK MeTabouToB [172].

PesynbraThl uccienoBaHuii MeTaOOIMYECKUX MPOIECCOB (HIAaBOHOMIOB
TOPSTHKH B OTBITaX Ha JJAOOPATOPHBIX )KHBOTHBIX, MOJYUYEHHBIX C UCTIOJIb30BaHUEM
pa3IMYHBIX MHCTPYMEHTAJIBHBIX METOJOB aHaIM3a, TaKUX KaK KalWUIPHBINA
anekTpodopes, BricOkoIhDEeKTHBHAS >KUIKOCTHas xpomartorpadus (BOKX) c
Y®-n1eTeKTUPOBAaHUEM WM B COYETAHUM C TaHJIEMHOM MacC-CIIEKTPOMETPHUEM,
npeactaBieHsl B paborax [132, 135, 144, 145]. OpHako AaHHBIC METOIBI
OCHOBaHbl Ha OINpPEHECIECHUN COEAUHEHWHA C M3BECTHOM CTPYKTYpOH H
noapasymeBatoT Hanmumuue CO anamutoB. B pabore [173] wuccrnenoBanu
MeTabO0JIM3M OJTHOTO M3 (DITABOHOUIOB TOPSHKH — MKapuTHHA. B KadecTBe 00BbeKTa
WCCJICIOBAaHMs BHIOpaan oOpasmbl IJIa3Mbl U MOYHM KPBIC IOCE KHIKOCTHO-
KUJIKOCTHOM  JKCTpAKIMU  OdTUjaneratoMm. Js  BBISBICHHS  BO3MOXKHBIX
MEeTa0OJIMTOB CPaBHUBAIM XPOMATOIPAMMBI B PEKUME CKAaHHUPOBAHUS B 3aIaHHOM
Jana3oHe Macc OMOJIOTHYECKUX OO0pa3IoB TOCHE MEpPOpaIbHOTO BBEICHUS C
OmankoBeiMH. OOHapyXEHHbIE COEAMHEHHUS TOJBEPraiNCh  JIUCCOIUAIUH,
UHIYIHpYyeMO coynmapeHueM. Ilo momydeHHBIM (parMeHTaM yCTaHABIHBAIH
CTPYKTYphl MeTa0onuToB. Takum oOpa3oM, ObUIM BBISBICHBI CIEAYIOLINE

MPOLIECCHI ouoTtpaHchopmalu UKApUTHHA! [IIIOKYPOHHUPOBAHUE,
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TNIMKO3WJIMpPOBaHue,  cynbdaranus, JIeMETHIMPOBAHHUE, THAPUPOBAHHUE U
okucieHrue. OCHOBHBIMM  HEJOCTaTKAMM  JAHHOTO  MOJXO0Ja  SIBISIOTCS
OTPaHMYECHHOCTb, CBSI3aHHAsI C TPYIHOCTSAIMU HACHTUPUKAUIUA METaOOIUTOB
MalbIX  KOHIGHTpAaluii,  TPyAOEMKOCTb,  BbI3BaHHAs  HEOOXOAUMOCTHIO
BHHUMATEJILHOTO U JIOJTOr0 MOMCKA Pa3jiudyuii B XpOMaTorpaMMax OMOJIOTMYECKHX
00pa3IoB U OJIAHKOBBIX.

B pabGorax [130, 134, 174] npemnoxkeH cHocod0 HIACHTUPUKAIIAN
MeTaboIuTOB (JIaBOHOUIOB TOPSHKU ¢ ucnolsib3oBaHueM BOXKX B coueranum c
TaHJEMHON Macc-CIIEKTPOMETPUEN BBICOKOIO pa3pelieHuss (MHOrOMepHasi macc-
CHEKTPOMETpPHUSA) C NPUMEHEHUEM aAJITOPUTMOB 3aBUCHUMOIO CKaHMpOBaHusA. B
paboTax BBISBICHO, YTO ACTIMKO3ZWIMPOBAHME U TIIOKYPOHHPOBAHHE SIBISETCS
OCHOBHbIMHU (hazamu OuoTpancpopmanuu (HIaBOHOUIOB TOPSHKH. OJHAKO 3TOT
METO/]] HE SIBJIAETCS CEJIEKTHUBHBIM IO OTHOLIEHHMIO K METa0OoJuTaM OMOJIOTUYECKU
AKTUBHBIX BEUIECTB TOPSHKM U 00pabOTKa MOJYyYEHHBIX HHCTPYMEHTAJIbHbBIX
JAHHBIX 0€3 COOTBETCTBYIOLIETO MPOrPaMMHOIO OOECNEYEHUSI B PYYHOM PEXUME
SBJISIETCSI CJIOKHOM 3a/1auei, COMPsHKEHHOM ¢ OOBIIMMH BPEMEHHBIMU 3aTPaTaMHU.

bonbioe ucciaenoBanue npopenu aBTopsl padoTel [131]. OHu npenaoxumm
HOBYIO CTPATETHUIO OTKPBHITHS U MACHTUPUKAIINA META00IUTOB ¢ Tomoibio BOXX
C Macc-CIEKTPOMETPHUENH BBICOKOIO pa3pelieHus M crnoco0a, OCHOBAaHHOIO Ha
CXOJICTBE MacC-CHEKTpabHbIX JepeBbeB. lloTeHIMaTbHBIE METa0OIUTHl OBLIU
OoOHapy>XeHbl Ha OCHOBE CXOJICTBA MX CHEKTPAJIbHBIX JEPEBbEB C H3BECTHBIMU
COEIMHEHUSIMHU WK MeTaboauTamMu. JlaHHBINA MOAXO0 COCTOSI U3 YEThIPEX ITAIOB.
[epBblii 3axmouancs B noxydernr MC"-cektpos (N=1-3) B pexxuMe 3aBHCHMOTO
CKaHHPOBAHUS C IpEIBAPUTEIBLHO YCTaHOBJICHHBIMU 3HAYECHUSIMU
VHTEHCUBHOCTEW  HMOHOB-NIPEAIIECTBEHHUKOB. BrTopou asram  cocrtosui B
npeoOpa3oBaHUU TMOJYYEHHBIX JAaHHBIX B MacC-CHEKTPaJbHbIE JIEpeBbs. TpeTuit
IIar 3aKII0Yalcs B cO3aHuu OMOauoTeku. UeTBEPTHIM 3Tall COCTOSAI B CPAaBHEHUU
HKCIIEPUMEHTAJIBHBIX MAacC MOTEHUHUAJbHBIX META00JHMTOB C TEOPETHUYECKUMU
3HayeHusIMU. C MOMOIIBIO 3TOTO crocoba aBTOpaM yJAalnoch HIACHTU(GUIUPOBATH

115 merabonutoB. Cneayer OTMETHTb, YTO aBTOPbl pabOThl HE MPHUBEIU BCE
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CTPYKTYphl OOHAapy>KEHHBIX COEIWHEHUH. A [aHHBIM MOAXOA HMEET psij
CYIIECTBEHHBIX  HEJOCTAaTKOB:  BO-TIEPBBIX, HEOOXOJUMO  HCIOJIb30BaHUE
CHEIUAIBHOTO MPOTPAMMHOI0 OOECHeueHUs Il CO3JaHHUsl Macc-CHEKTpPaIbHBIX
JIEPEBbEB, BO-BTOPHIX, JJIS1 HACHTU(UKALIUNA META0OIUTOB HEOOXOAUMO MOTYyYUTh
YUCTbIE TAHJEMHBIE CHEKTPhl aHAJIUTOB, UYTO CJIOKHO PEaTU30BaTh MPHU aHAIHU3E
TaKMX MHOTOKOMIIOHEHTHBIX OHMOJIOTMUECKUX MaTpull, TaK KaK BCIIECJCTBUE
OOJNBIIOTO KOJMMYECTBA COCOUHEHHM, Malol KOHLEHTpAalUU METa0O0JIMTOB
MPOUCXOJUT TIEPEKpPhIBAHME U HUCKAKEHHE Macc-CreKTpoB. HeoOxonumo
MPOBEJICHUE CEPhE3HOM MOATOTOBKA MpoO Uil M30aBICHUS OT MEHIAOIINUX
KOMIIOHEHTOB, OJTHAKO aBTOPBI MPOBOIST TOJBKO OCAKICHUE OEIKOB METAHOJIOM,
KOHIIEHTPUPOBAHUE B TOKE a30Ta, BBICOKOCKOPOCTHOE LEHTPUPYTHPOBAHUE U
aHalM3 HAJ0CaZIOYHOW KHIKOCTH. B pabore wuccnemoBaTensiMu € TOMOIIBIO
bunsTpa HEUTpaIbHBIX HOTEPh BBISIBJICHO TOJIBKO HECKOJIBKO
JIOYKHOTIOJNIOKHUTENBHBIX — pe3yNbTaToB. Bo0O3MOXHO, HCHONB30BaHHE JaHHOTO
bunbTpa TpH  TOJYYEHHHM TaHAEMHBIX  Macc-CIIEKTpoB  Oyaer  Oojee
1eNecoo0pa3Ho, IMOCKOJIbKY  TO3BOJIUT  3HAUUTENBHO  COKPaTUTb  OO0BEM
MOJy4aeMbIX  MAacC-CIIEKTPaJbHBIX  JAaHHBIX H TPH OTOM  HCKIIOYUTH
JI0’KHOTIONOKHUTENbHBIC pe3yJIbTaThl. OTtcyrcTBUE uH(popMalun 0
YyBCTBUTEIBHOCTU U CEJIEKTUBHOCTH NPEIOKEHHOIO METOAa, HE IO3BOJISET
OLIEHUTh KOPPEKTHOCTH MPEATI0KEHHOTO CIIOCco0a.

Takum oO6pazom, HeoOxoauMa pa3paboTKa CEIEKTUBHOTO METOA C BHICOKOM
qyBCTBUTEIHHOCTHIO M DKCIPECCHOCTHIO 11 0OHAPYKEHHUSI HE TOJIBKO Ma)KOPHBIX,
HO ¥ MUHOPHBIX METa00IUTOB ()JIABOHOHIOB TOPSIHKU B MOYE KPBHIC.

B nocnennue roasl ans aBTOMaTHU3MPOBAHHOTO MOMCKa METabOIUTOB BCE
Yare WCHOJB3YIOT PAa3IMYHBIC BApUAHTHI CHEIUATU3HUPOBAHHOTO MPOTPAMMHOTO
o0ecrnieueHus1, MO3BOJISIIOIIET0 U3 3HAYUTEIbHBIX 110 00bEMY MAacCHBOB XpOMAaTo-
MacC-CIIEKTPOMETPUUYECKMX JAaHHBIX B aBTOMATUYECKOM PEXKHUME H3BIIEKAThH
XapaKTepUCTHUECKUE HOHBI, COOTBETCTBYIOIIME MPOAYKTaM OmoTpaHchopmammu
uccienyeMbix  coequHeHuil.  COOTBETCTBYIOIIME  MPOTPAaMMHBIE  MaKEThI

npeaiararorTCsa BEAYIIHMMH IIPOU3BOIUTCIIAMU XpOMaTOI‘pa(bI/I‘ICCKOFO n Macc-
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crieKTpoMeTpudeckoro obopymoBanus: Thermo MetWorks, Agilent MassHunter
Metabolite 1D, Waters MetaboLynx, Shimadzu MetID Solution. O6muimii anroputm
paboThI ATHX MPOTPaAMM COCTOUT B CIEAYIOMIEM: B Ka4eCTBE MCXOIHBIX JaHHBIX
UCIIONB3YIOTCSL MacC-XpOMAaTOrpaMMbl, TOJY4YEHHBIE B pe3ylbTaTe aHajau3a
KOHTPOJIBHOTO (10 MpHeMa IMpemnapara) U OMBITHOrO (MOociie MprueMa mpernapara)
00pa3IoB OHMONOTHUYECKHUX KHUAKOCTeH. J[aHHBIE MOTyT 00pabaThIBaThCA Kak B
nape (KOHTPOJIb-OTIBIT), TAK M B BUJIE MAKETOB (BCE KOHTPOJbHBIE — BCE OMBITHBIC
o0pa3Iipl, BKIIIOYas JaHHBIC TOBTOPHBIX aHAIM30B OJHUX M TeX ke mpob). Taxxke B
IporpaMMy BBOJUTCS OpyTTO-(popMysa HCCIEeIyeMOro COCIWHEHHs ISl pacuera
€ro TOYHOW MacChl W/MIIM PE3YJbTaThl €r0 XpOMaTOMAaCC-CHEKTPOMETPUYECKOTO
aHaiM3a B YHWCTOM BHUJE WJIM B BHUJE HCIOJb30BAaHHOM B HKCIIEPUMEHTAX
JekapcTBeHHOM (opMbl. B 3aBUCMMOCTH OT BO3MOXKHOCTEH MNPUMEHSIEMOIO
o0OpyllOBaHUSI W METOJAa aHajlu3a IporpaMMHOe obecredeHne (HopMUpyer
nepeyeHb OOHApYKEHHBIX METa0OJIMTOB C YUYETOM YpPOBHS UX CTATUCTHUYECKOM
JIOCTOBEPHOCTH MyTEM CpaBHEHHWs 3HAYCHHWI TOYHBIX MAcC MOHOB, XapakTepa HX
dbparMeHTay U MPOBEPKH M3OTOIHBIX COOTHOIIEHUU. [Ipu 3TOM MCHONB3YyIOTCS
WHTETPUPOBAaHHBIC 0a3bl JAHHBIX O BO3MOXHBIX TNYTIX OHOXUMHUYECKOMN
TpaHchopMali  KCEHOOMOTHKOB B PA3JMYHBIX  PEaKiuax (OKUCICHUS,
BOCCTAHOBJICHMSI, TUIPOJIN3A, ANKWUITUPOBAHMS, JCATKHIIUPOBAHUS,
dbochopunupoBanusi, CyJib(haTUPOBAHUS, JIIOKYPOHUPOBAHUS,
KapOOKCHIIMPOBAHUS U JIP.).

MetQuest Takke mo3BossieT  paboTrarth ¢ OOJNBIIMM  O0OBEMOM
OKCMIEPUMEHTAIBHBIX JMaHHBIX. C TIOMOIIBIO JJaHHON TPOTpamMMbl MOXKHO
MpOBOUTh  (hapMaKOKMHETHYECKUE HUCCIENOBaHMUS MpoO  OMomMaTepHalios,
BBISIBJISITH  META0OJMUTHI 1IEJICBOTO COCAMHEHUS W HUCCIEN0BaTh HW3MCHEHHS
CoJlep KaHMi aHAJIUTA U €r0 METa0OJIUTOB OT BPEMEHH B aBTOMATHUYECKOM PEXUME.

[Tporpammustii kommuiekc MetWorks ¢upmbr «Thermo Scientificy (CILIA)
MO3BOJISICT aHATM3UPOBATh MacC-CIEKTpasibHbIC AaHHbie B (opmarte Xcalibur
RAW file u wmentudumupoBate MeTaOOIUTHI, OOpa3yroIIHecs B pe3yJIbTaTe

MO,Z[I/I(I)I/IKaHI/Iﬁ M3BCCTHBIX IMCJIICBBIX BCIICCTB IIPU BO?)I[CﬁCTBHPI Pa3INYHbIX
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depmentoB opranu3ma. [Ipm mnpoBeAeHHHM TPOTEOMHBIX U METaOOJIOMHBIX
UCCJIEI0BAHMIM 6uomnpoo JUTSI U3Yy4YEeHUs (apMaKOIOTHIECKIX u
TOKCUKOJIOTMUECKUX IOKa3aTeled MCIONb3YI0T MPOrpaMMy CTaTUCTUYECKOTO U
MaccC-CIIeKTPaIbHOIO aHallM3a MAacCHBOB JKCIEpUMEHTaNbHBIX AaHHbIX SIEVE.
ACD/Labs Bepcun 12.0 u ACD/Percepta mo3BoJsiOT 0 CTPYKTYpPE COCAMHEHUS
IPOrHO3UPOBATh ero (U3UKO-XUMHUYECKUE, TOKCUKOJIOTUYECKUE U
dapmakonmoruyeckue CcBOMCTBA. JlaHHBIE TaKeThl MPHUKIAIHBIX MPOTPaMM
IPEJICKa3bIBAIOT BO3MOKHBIE META0OJMYECKHE IPOLECCHl IIPU BO3AECUCTBUM Ha
coenuHenue pepmeHToB cemerictBa LlutoxpomoB P 450 u (hapmakokuHeTHUECKUE
napameTpbl aHAJIKNTA [IPU PA3TUYHBIX ITyTSAX BBIBOJIA U3 OPraHU3Ma.

[Iporpamma Mass Frontier 7.0 HighChem mno3Bosisier NpoOBOAUTH
OMONMOTEYHBINI  MOMCK  MAacCC-CHEeKTPaJbHBIX  JAaHHBIX, pPACCUUTHIBATH |
IPECKa3blBaTh MAaCC-CHEKTPAJIbHYI0 (PparMEHTALMIO IS Pa3IMYHBIX TUIIOB
MOHM3AIMH U JUCCOLUAIIMHI MOJIEKYJIbI LIEJIEBOTO COEAMHEHUSI.

JlaHHOE mMporpaMMHOE OOECIEUEHHUE TaKXKe MOXKET OBITh COMNPSHKEHO C
CUCTEMaMU TPEIUKTUBHOTO METa0OIu3Ma, MO3BOJSIOUIMMHU POrHO3UPOBATh
BO3MOYHBIE OHOTpaHCcPpoOpMaLUK JIFOOOTO COENUHEHHS] B OPraHU3ME YelOBEeKa U
71a00paTOPHBIX JKMBOTHBIX, TaKUMHU Kak, Hampumep Meteor, pa3zpaboTaHHON
kommanueir LHASA (Logic and Heuristics Applied to Synthetic Analysis).

Takum oOpa3oMm, BHeIpeHHE B JIA0OPATOPHYIO MNPAKTUKY COBPEMEHHBIX
METOJIOB XpoMaTorpaguu B COYETAaHUM C THOPUIHOM MHOrOMEpPHOM Macc-
CHEKTPOMETPUEH BBICOKOTO pa3pelieHusi B KOMILJIEKCE CO CIEeUUATU3UPOBAHHBIM
IPOrpaMMHBIM OOECIEYEeHUEM JUIsl aHaiM3a JaHHBIX MOXXET CIY>KUTh OCHOBOM
pa3pabOTKH METOMK ONPEACICHUS METaOOIUTOB.

* * *

B Hactosimee Bpems BOXX-Y® wu K332 gBugioTcs  camMbIMU
pPacIpoOCTPaHECHHBIMA ~ METOJaMH  KOHTPOJIS  cojaepkaHus  (JIaBOHOHIOB B
pPaCTUTEIIBHOM ChIpbE, OKCTPAKTaxX M NPOJYKTaX Ha HMX OCHOBe. MX BBIOOp

O0yCJIOBJIEH  JIOCTYNHOCTbIO,  INPOCTOTOM M  pPacHpOCTPAHEHHOCTHIO B
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aHANMUTHYECKUX JlabopaTopusx. OJHAKO OTPAHUYECHUEM ITHUX METOJIOB SBIISCTCS
HeoOXxoauMocTh ucnonb3oBanus CO.

Ucnonb3oBanne BDOXX B coueraHnnm ¢ Macc-CIEKTPOMETPUUCCKUM
JNETEKTUPOBAHUEM IIO3BOJIICT HMICHTU(DHUIIMPOBATH JEUCTBYIOIIHNE BEIIECTBA
TOPSIHKHU, a TaK)Ke MOJIYYUTh BOXKHYI0 HH(POPMAIHMIO 00 UX CTPYKType (Hampumep,
MOJIEKYJISIPHYIO Maccy). PacTeHus pa3jMyHBIX BUAOB TOPSHKHA OTIHYAIOTCS 10
coctaBy (hTaBOHOWIOB, YTO U BBUICHSAETCS C WCIOJIB30BAHHEM METOJOB
BOXX-MC, BDXX-MC/MC. Kpome TOro, HaHHbIE TEXHOJOTHH MOKHO
NPUMEHATh B KA4eCTBE  UYBCTBUTEIBHBIX W  CEJICKTUBHBIX  CIIOCOOOB
KOJJMYECTBEHHOM OIIEHKH coJepkaHus (raBoHOMIOB. HecMOTps Ha BBICOKYIO
IIEHY JaHHBIX METOJOB M CJIOKHOCTb JIJIi PYTHHHOTO aHalii3a, MX C YCIEXOM
WCITOJIB3YIOT B M3YYCHHUH MapaMeTpoB (apMaKOKHHETHKH M METaOOJIOMHKE, MPHU
ATOM TIPOCTEHINIMM M HaumOoJiee pPaclIpOCTPAHEHHBIM CIIOCOOOM IOJATOTOBKH
OMOJIOTMYECKUX TPo0  sIBIsSETCS ocaxkiacHue OelkoB M 00eccosiiBaHUE
OpraHMYecKuM pactBopuTeneM. OgHaKO M3-3a CIOKHOTO MHOTOKOMITOHEHTHOTO
cocTaBa OMOJIOTMYECKUX MPOO, BIUSIOIICTO Ha IMPOIECC MOHW3AIMKA aHAJUTOB B
Macc-CIEeKTPOMETPE HEOOXOAMMO TIIATEIBHO HUCCIAEA0BATh Y(DPEKT MATPHIIBI, TaK
KaK OH BHOCHT 3HAYMTENIbHBIN BKJIa] B OMIMOKY onpenenenus [175, 176].

IToaroroBka 06pa31oB ABISIETCS OJHUM M3 BaXKHBIX 3TAllOB B MCCIICI0OBAaHUN
ropssHku. Yare Bcero s W3BJICUYCHHS (HJIAaBOHOWIOB M3 PACTHTEIBHOTO CHIPHS
HCIIOJIB3YIOT SKCTPaAKIU0 (METaHOJOM M 3TaHOoJIOM). [IpuMeHeHne yinbTpa3ByKa U
MHUKPOBOJIHOBOT'O TIOJISI TTO3BOJISIET YMCHBIIMTH BPEMsSI SKCTPAKIIMM M YBEIMYUTH
sbdexTuBHOCT,. B HacTosmiee BpeMs B T€U4aTH OTCYTCTBYIOT CBEACHUS,
MOCBAIIEHHBIC  TMEPCIICKTUBHBIM  KCCJICAOBAHUSM  BBIJICICHHS ~ aKTHBHBIX
KOMITOHEHTOB M3 TOPSHKH C HWCIIOJIb30BAaHUEM PACTBOPUTENICH, HAXOMSIIUXCS B
CBEPXKPUTHUYECKOM COCTOSSHMM, B TOM 4YHCIE JuOKcuaa yriepoaa. OmgHako
CBEPXKPHUTHUYECKAs] SKCTPAKIUS 001aaeT PSIOM MPEUMYIIECTB MO CPABHEHUIO C
JIPYTUMHU CIIOCOOAMM HM3BJICUEHUS: O0ECIICYMBAIOTCS IKOJOTUIHOCTh, OBICTpOTA

nponecca, BBICOKHUU BbBIXOZI KOHCYHOI'O TIIPOAYKTA, HHU3Kad TCEMIICpATypa
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OKCTPAKIMK,  HCKJIIOYAeTCs  MNpoOsieMa  OCTATOYHOTO  PACTBOPUTENS B
aKkcTpakTe [177-182].

B mocnemHee BpeMs IS WACHTH(PHUKAIMN JEHCTBYIOIIMX KOMIIOHEHTOB
TOPSSHKH M WX METa0OJMTOB B OMOJOTHYECKHX O0Opasiax HCIOJIB3YeTCS METO
BDXX B codeTaHuu ¢ TaHIEMHOW Macc-CIEKTPOMETPHEH BBICOKOTO pa3peIieHus
¥ MHOTOMEPHOW Macc-CIIEKTPOMETPHUEH ¢ TPUMEHEHHEM aJlTOPUTMOB 3aBHCHMOTO
ckanupoBanusa. OmHako 00pabOTKa TOJYyYEHHBIX WHCTPYMCHTAJIbHBIX JTaHHBIX
TpeOyeT COOTBETCTBYIOIIETO MPOTPAMMHOTO 00€CIIeUeHHS M OOJIBIINX BPEMEHHBIX
3atpar. IloaTomMy HeoOXoauMo pa3paboTaTh CEJNEKTUBHBI METOJ] C BBICOKOMU
YYBCTBUTEIBHOCTHIO M DKCIPECCHOCTHIO ISl HWACHTU(UKAIIMH METa0OJIUTOB
(b1aBOHOUIOB TOPSHKHU B OMOJIOTHYECKUX 00pa3iiax, KOTOPbIN MO3BOJHUT HE TOIBKO
00€30IMacuTh TPUMEHEHUE JIIOJIbMHA JICKAPCTBEHHBIX PACTCHUHA TPaTIUIIMOHHOM
MEJUIMHBI, HO W BBISIBUTh, M3YyYWUTh IYyTHU MeTa0O0JM3Ma U OHOJOTHYECKOTO

I[GﬁCTBHH IIGﬁCTBYI-OHIHX BCHICCTB B ) KUBOM OpPIraHHU3MC.
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I'naBa 2 MaTtepuaJibl 4 METObI UCCJIEOBAHUSA
2.1 PeakTuBBI M1 MaTEPHAJIbI

B pabore ncnonbs30Bamu Cieyonme peakTUBbI 1 MaTepUalbl:

e KHCJIOTa cepHass KOHIeHTpupoBaHHas («Sigmay», CIIIA), xanwmii
JTBYXPOMOBOKHUCIBIN («Sigmay, CIILIA) — 11t ToArOTOBKY MOCYABL;

®  METWIOBBIM CHUPT (METAHOJ) W OJTWIOBBIM CHOUPT (dTaHON) IS
rpaguentHoit BOXKX («Merck», 'epmanus) — B kauectBe pactBopurens CO;

e aneronuTpusn s rpaaueHTtHo BOIXKX («Merck», I'epmanus),
mypaBbuHas kucnota («Fluka», I'epmanusi) — ayis mpUTOTOBJICHUS TMOJBUKHBIX
bas;

®  KapTpWIKU 751 cOpOLMOHHOrO KoHueHTpupoBanus (TdD) HLB u
DSC-18 Bmectumocthto 6 M ¢ Maccoir copberta 200 mr («Supelcoy,
['epmanust) — 1J1st MOATOTOBKU OHOIPOO;

e xuopuctbli MetwiieH («MeaXumllpom», Poccus), nustunossii 3dup
(«MenXumlIpom», Poccus), Tper-OyTriiMeTniioBblil 3gup («Panreac», Mcnanus),
rekcad («MenXumllpom», Poccus), u3zo0ytumnoBsii crupt («LiChrosolv®y,
['epmanust), uzonponuioBslid cnoupt («LiChrosolv®y», I'epmanust), sTuianerar
(«Chromasolv®y», I'epmanus) — uIsi TPOBEACHUS >KUIKOCTHO-KUJIKOCTHOM
AKCTPaKIINH;

e  Oe3Boauslil auruapodocdar kamus («Mercky, 'epmanust) u 12-BoHbIN
ruapodocdar Harpus («Mercky», ['epmanus) — nist mpurotoBieHus hochaTHOTo
oydepnoro pactBopa ¢ pH 6,5;

e  xjopun Hatpus («Sigma-Aldrichy, 'epmanus);

e  KOHIEHTpUPOBAHHAas coJisiHas kucioTa («XumMen», Poccus);

e kapOonar u ruapokapbonar kamusa («XumMen», Poccusa) — nmnsa
IPUTOTOBJICHUS KapboHaTtHoTrOo Oydepnoro pactropa ¢ pH 10,0;

e  Ocra-rmokyponunaza u3 E-coli K 12 (pactBop B 50% riumnepune,

«Roche diagnostics GmbH», I'epmanust) — 11st pepMEHTaTUBHOTO TUAPOJIN3A,
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e  xamuOpoBouHbIe pacTBOpHI Wit QExactive u Orbitrap Fusion («Thermo
Scientific», CIIA) — nnst KanuOpOBKU Macc-CIIEKTPOMETPOB.

Bce wucmonp3yemple peareHTHl W PacTBOPUTENN OBUIM aHATUTHYECKON
CTETICHH YWCTOTHI, PACTBOPHI JJI MOATOTOBKH MPOO TOTOBHIM C MPUMEHEHUEM

JICMOHU30BAaHHOW BOJBI.
2.2 CTanaapTHble 00pa3ibl

B pabore ncnons3oBanu cienyronue CO:

e  uxkapuuH («PhytoLaby», I'epmanus);

e  ukaputuH («PhytoLaby, 'epmanus);

o  wukapusuja l («PhytoLaby, I'epmanus);

e  ukapusun II («PhytoLaby, ['epmanus);

e snumeanH A («PhytoLaby, ['epmanus);

e snumeanH B («PhytoLaby, ['epmanus);

o snumenuH C («PhytoLaby, I'epmanus);

e  kymectpol («Sigmay, CIIIA) B kauecTBe BHYTPEHHETO CTaHapTa.

Coneprxanne ocHOBHBIX BemiecTB B CO coctaBisio He MmeHee 95%.
2.3 Uccenyembie 00pa3ibl

B pabote uccnenoBanu cienyromuye o0pas3ibl paCTUTENbHBIX MAaTEPUATIOB U
KOMMEPUCEKUX MPOJYKTOB HA OCHOBE TOPSHKHU:

e  BBICYUICHHBIM JTAHOJIBHBIM OSKCTPAKT TOPSHKA KOPOTKOHOKKOBOM
(Epimedium  brevicornum, wHomep maptum: C20110705, IlpukiamHas
ouorexHosorus, Poccus), npencrapisionui co6oii MOpOLIOK TOPUUYHOTO 1[BETA;

e  IpaHYJIMPOBAHHBIN Yall ¢ IKCTPAKTOM TOpsHKU Koperickoit (Epimedium
koreanum, npou3BOAMTENb: TOCYIAPCTBCHHAS KOPIOPAIMS 3ApaBOOXPAHCHHUS
«Manuény», Cesepnas Kopes);

e HacTOWiKa U3 TOpsHKH Kopeiickoir  (Epimedium  koreanum,
rocyJapcTBeHHasi Kopropauus 3apaBooxpaHeHus: «Manuén», CeepHas Kopes),

npeacCTaBIAIOIIAA cooOoit BA3KYIO JKUIKOCTDb TéMKO-KOpI/IIIHCBOFO OBCTA,
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® BHICYNICHHBIE B TEHH B TIPOBETPUBACMOM IOMEIIECHUH MPH
temneparype 35-38 °C  nmcThS TOpPSHKM  KOPOTKOHOXKOBO#  (Epimedium

brevicornum), ¢ Boctoka Kurasi.

2.4 OdopynoBaHue, BCIOMOraTe/ibHbIe YCTPOHCTBA, CPeICTBA

U3MepeHuil U MporpaMMHoe odecrnevyeHmne

B pabote wucmonb3oBamu ciemyromiee OO0OpyIOBaHHME M CpElCTBa
U3MEPECHUM!

e  BBICOKOA(EKTUBHBIN kuakocTHoW xpomarorpad  Ultimate 3000,
ocHaleHHBIH  aBrocamiuiepoM  Dionex  Ultimate 3000 RS Autosampler,
rpagueHTHBIM HacocoM Dionex Ultimate 3000 RS Pump, nerasatopom u Oj0KOM
UL TEPMOCTATHPOBAHHUS XpoMaTrorpaduueckoid KOJOHKH, COCTUHEHHBIM C
ruOpuaIHBEIM ~ Macc-ciektpomeTpoM  QExactive ¢ KBaJpymoJbHBIM — Macc-
aHAIM3aTOPOM M C OpOUTANIbHOW HOHHOW JIOBYIIKOM BBICOKOI'O pAa3pelleHUs
(«Thermo Scientificy, CIIA), ¢ BO3MOXHOCTBIO HCHOJB30BaTh HWCTOYHUKHU
nonu3anuu lonMax HESI-II u APCI;

e  BBICOKOO(heKTUBHBIN kuakocTHoW xpomarorpad Ultimate 3000,
ocHaleHHBIH  aBrocamiuiepoM  Dionex  Ultimate 3000 RS Autosampler,
rpagueHTHbIM HacocoMm Dionex Ultimate 3000 RS Pump, nerazaropom u 60koM
JUISL  TEPMOCTATUPOBAHHUS XpOMaTOrpaduiIecKOi KOJOHKH, COCOUHEHHBIM C
TpUOPUIHBIM Macc-criekTpoMeTpom Orbitrap FUSion ¢ KBaapymoJbHBIM Macc-
aHAJIM3aTOPOM, C JIMHEHHOW HMOHHOM JIOBYIUKOW U C OpOUTANbHOW HMOHHOMN
JOBYIIKOM BbicOkoro pasperienus («Thermo Scientificy, CIIIA) u WCTOYHHKOM
noumsanud EASY-Max-NGTM;

®  DKCTPAKIHMIO CBEPXKPUTHUYCCKUM JTHOKCHIOM YTJEPOJa OCYIISCTBIISIN
Ha Ja00paTOpHO ycTaHOBKE MpoM3BOAcTBa Kommanmu «Waters Corporationy,
CIIA, monenu SFE-100;

e  B3BCNIMBAHHWC HABECOK IPOBOJWIM Ha JIA0OPATOPHBIX SJIEKTPOHHBIX
Becax XP Analytical monens XP-56 ¢ morpemnoctsio = 0,000001 r u auanazonom

B3BemmuBanus ot 0,00001 mo 52,0 r («Mettler Toledoy, [lIBetiniapus);
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e I 0TOOpA KUIKOCTEH MCIIOIB30BATIHN J03aTOPHI IEPEMEHHOTO 00BheMa
10-100; 100-1000; 1000-5000 Mk 1 HAKOHEYHUKH JJISI 103aTOPOB BMECTUMOCTHIO
0,1-10,0; 10,0-100,0; 50,0-1000,0; 1000,0-10000,0 Mk («Biohity, 'epmanus).

BcnomorarenbHoe 000py10BaHuE, TPUMEHIEMOE MPU UCCIIEIOBAHUHN:

® IS MOJYYEHHUS a30Ta, MCIOJb3yeMOI0 B Ka4€CTBE PACIBUISIONIETO U
BCIIOMOTATEJILHOTO Ta3a, mpuMeHsutn reneparop Genius 1022 («Peak Scientificy,
[lotnanaus);

e  xpomarorpaUyeckoe pa3AeliCHHe OCYIIECTBISUTM Ha  KOJIOHKE
Hypersil Gold aQ, amunoii 150 MM, BHyTpeHHUM auameTrpoMm 2,1 MM, pa3MepoMm
3epHa copOenTa 3 MkM ¢ npeakosonkou («Thermo Scientificy, CIITA);

® UIA TOJNYYEHUS IEHOHWU30BAHHOW BOABI WCIIONB30BATM JUCTUILUISTOP
«19-4-2M» (Poccus), yctanoBky NANOPure («Thermo Scientificy, CIILIA);

e uoHoMep smabopatopubeiid, THI H-160MU (OOO «M3mepurenbHas
TeXHuKa», Poccus);

e IS TOATOTOBKM TMpOO TPHMEHSIM IKad CyIMIMIBHBIA — THIIA
SNOL 67/350, nmanma3oH aBTOMATHYECKOTO  PETYJIUPOBAHUS  TEMIEPATyp
(50-350) °C («CHOJI», Poccus); neHTpudyTry HU3KOCKOPOCTHYIO,
00€eCMEeYnBaOIIYI0 MaKCUMallbHYl0 CKOpocTh Bpamenus g0 4400 06./muH
(«Eppendorfy», I'epmanus); opOUTANbHBIA MIEHKEpP ¢ MAaKCUMAIbHOM CKOPOCTHIO
BpauieHus: 3000 o0./mMun npousBonactBa («IKA», I'epmanus); dunbrpoBanbHbIE
Hacajku Ha mmpuil Spartan nuametpom 30 MM ¢ pazmepom mnop 0,20 MKM U TImpuIL
Spartan BmectumocThio 10 Ma («Whatmany, BemukoOpuTanus); MeIUTION03HBIC
bunbTpsel ¢ pazmepom mop 0,45 mxm («Macherey-Nagel», ['epmanus);

® IS TIepEeMENINBaHUs PACTBOPOB MPUMEHSUIA yJIbTPA3BYKOBYIO BaHHYIO
(Y3B) («Cepsra», Poccus);

® UIA yMapWBaHWS HWCIIOJIH30BAN yIapHBATEIb-KOHIICHTpATOp Ha 6
noptoB («Supelcoy, CILA);

®  JUIS XpaHEHHs TPOO, PEaKTHBOB M CTAHIAPTHBIX 00pa3IOB MPUMEHSIIN

XOJIOAUIBHUK MEAUITMHCKUN ¢ MOpO3uIbHON Kamepoil («SANY Oy, SAnonus);
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e g1 T®D wucnonp3oBaiM BaKyyMHYIO ycTaHOBKY (Manudomnn)
(«Supelco», I'epmanus).

B pabote npumeHsu cienyromniee IporpaMMHoOe 00ecrieueHue:

®  pErucTpamuio U oOpabOTKy XpomaTorpamMm MPOBOIMIA C MOMOIIbIO
nporpaMmmHbIX takeToB Xcalibur Bepcuu 2.2 u 3.0 («Thermo Scientificy, CILIA);

e  [QpeanojaraeMble  CTPYKTYpbl  (parMEHTHBIX HOHOB  AHAJIUTOB
noiayyanu ¢ mnomoimisio mnporpamm  HighChem Mass Frontier Bepcuu 7.0 u
HyperChem Bepcumu 7;

®  C HUCIOJIb30BAaHUEM MPOrpaMMbl MeTabosoMHOTO aHanmu3za MetWorks
Bepcuu 1.3 oOHapyxkunu  metabonuthl, oOpasyiomuecs B pe3yJibTare
MOAM(UKAINA U3BECTHBIX IIEJIEBBIX BEIIECTB;

e ¢ nomolbio nporpamMmMubix komiuiekcoB ACDLabs (biotransformation
maps) Bepcuu 12.0 u ACDLabs/Percepta Bepcuu 12.0 npencka3biBaau BOZMOXKHBIC
MeTaboMMYecKue TMPOIEeCcChl MPH BO3JACHCTBUU Ha COCAMHEHHS (EpPMEHTOB

cemeiictBa Llutoxpomos P 450.
2.6 IlpuroroB/ieHue pado4yux u 0y(epHbLIX paCTBOPOB

Ilepen B3BemmMBaHWEM WIM pa30aBIIEHUEM pacTBOPbl U CyOCTaHLMH

HarpeBajy 10 KOMHATHON TEMITePaTypPhI.
2.6.1 IloaroroBKa nmocyabl

[Tocyna, ucnonb3dyemasi Jyisi IPUTOTOBJICHUSI PACTBOPOB U AHATMTHYECKUX
U3MepeHuii, 3amaunBanach Ha (3-4) yaca B CBEKENPUTOTOBICHHOM 3%-HOM
pacTBOpe ABYXPOMOBOKHCIIOIO Kajusi B CEPHOU KUCIOTE (5 T' ABYXPOMOBOKHUCIIOTO
kainsi Ha 100 M1 KOHUEHTPUPOBAHHOW CEPHOW KHUCIOTHI). Jlamee OTMbIBaIM B
IPOTOYHOW  BOJAE C  HOCIEAYIOUIMM  MHOTOKPAaTHBIM  OIOJIACKMBAaHUEM
JUCTUIIMpOBaHHOW BojaoW. [locne BbICylIMBaHMS B CYIIMJIBHOM IOKaQy Mpu

temriepatype 150 °C nocyay XpaHuid repMEeTUYHO 3aKphITOM 0€3 1OCTyIa Bilary.
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2.6.2 IloaAroToBKa 1€HOHU30BAHHON BOADLI

C uncnonb3oBaHWEM IJUCTHILIATOPA MOMYYaJId JUCTUUIMPOBAHHYIO BOAY,
NPUMEHSEMYIO JUIsl TPUTOTOBJICHUS JIJIIOEHTOB, 3aTeM €€ MPOMyCKaId dYepe3
YCTAaHOBKY I TIOJYyYEHHs] JICMOHW30BAHHOW BOJbI, NPHU 3TOM YJAEIbHOE
AIIEKTPUUECKOE COMPOTUBJICHUE COCTaBIsuio He MeHee 18 MOwm-cm. [lanmee ¢
nomoipio pH-meTpa omnpenensnu 3HadeHue pH modyyeHHON BOABI, KOTOPOE

HaXOJUJIOCh B mpefenax ot 5,4 mo 6,6.
2.6.3 IlpuroroBJienue pochaTHoro 6ydepHoro pacrsopa

Ha anamutnyeckux Becax B3BemmBanu 14,3 r rugpodocdara Hatpus, 5,51
muruapodocdara kanus U pactBopsau B 100 M1 1eMOHU30BaHHON BOBI.

Nonomepom nabopatopusiM usmepsuii pH OydepHoro pactBopa. [lanHbIi
nokaszareiib JOJDKEH ObITh B mpenenax ot 6,5 go 6,9. Eciaum 3nauenne pH
npeBbIano 6,9 — ero NoHWwKaIM myTem nodasiaeHus auruapodocedara kanus.

Tak xax ¢ocdatHbiii Oydep moaBepkeH OaKTepuaIbHOMY 3arpsS3HEHUIO,
Py KOTOPOM OH MYTHEET, JUJIsl €ro craduiu3auuy JOOaBIsM a3ujl HaTpHs B

koHneHTparuu 0,1%.
2.6.4 IlpuroroBjieHne KapooHATHOTO OydepHOro pacTBopa

Ha ananmutrueckux Becax B3BemMBaiu /,5 T rugpokapOoHaTa Kamus, /,5T
kapOoHata kanusi u pactBopsutd B 100 MJ1 J€MOHU30BaHHOM BO/IBI.

HNonomepom nabopatopHbiM uMepsiin pH Oydepnoro pactBopa. [lanHbIit
MmoKas3arellb JIOJbKeH ObITh B mpenenax ot 9,9 mo 10,4. Ecau 3nauenume pH

npessbimano 10,4 — ero noHW»kaau myreM J00aBlIeHUs TUAPOKApOOHATA KaJHs.
2.6.5 IlpuroroBjieHre paCTBOPOB CTAHIAPTHBIX 00Pa310B

PactBopel 1mecTH  QaBOHOMAOB TOPSHKM (MKapuWHA, WKApPUTHHA,
ukapu3uos |, 11, snumenunoB A, B) u kymecTposna ¢ KOHIEHTpamusMu 1 Mr/mit
TOTOBWJIM pacTBOpeHHEM TOYHBIX HaBecok 10 mr B 10 M MeraHoma, mociie 4ero

paz0aBieHHEeM TOTOBWIM arTtecToBaHHY0 cMmech (AC) ¢ KOHIIGHTpanuen
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WKapurHa, UKapuTuHa, ukapusunaa I, ukapusuna Il, snumenuna A u snumenusa B

0,1 mr/mu.

2.6.6 IlpuroroBjieHue rpajypoOBOYHbIX PACTBOPOB HKAPHUHMHA,
UKapuTuHa, ukapusuaa I, uxapusuaa I, snumeauna A u snumenusa B B

METHJI0BOM CIIMPTE

N3 AC ukapumnna, ukaputuHa, ukapusuiaa I, uxkapusuaa I, snumenuna A u
snuMmenuHa B ¢ kxonmentpammedn 0,1 Mr/mia myTeM CMeEIIMBaHHUA W KPaTHOTO
pa30aBieHMsT METWIOBBIM CIHUPTOM TOTOBUIM JecsiTh [P, KoHUEHTpauu
MPUTOTOBJIEHUS KOTOPBIX YKa3aHbl B Ta0. /.

I'P roroBumm B TOT %€ AeHb, uTO U AC.

Tabmuma 7 — Konnientpanuu ['P wkapunba, wkaputuHa, wukapusuga |, wkapusupa ll,
AMUMeEIMHA A U dTIMMeInHa B B METHIIOBOM criupTe

[IpuroraBnuBaeMsblit PactBop AC mm I'P, .
o MeTI/IJ'IOBBII/I Cl'II/IpT
paCTBop I/ICHOJ’IBSYCMI:II/I IJIs1 pa3Bez[eH1/151
Nl'ggg Konnenrpauus | Konuenrpanus OBbEM, OBBEM,
KOMITOHEHTA, KOMITIOHEHTA, - -
MT/MJI MT/MJT

1 5,0x1072 0,1 5,0 5,0
2 2,5%x1072 0,1 2,5 7.5
3 1,0x1072 0,1 1,0 9,0
4 5,010 0,1 0,5 9,5
5 1,0x107° 1,0x1072 1,0 9,0
6 5,0x10™ 5,0x1073 1,0 9,0
7 1,010 1,0x107 1,0 9,0
8 5,0%x10° 5,0x10™ 1,0 9.0
9 1,0x107° 1,0x10™ 1,0 9,0
10 1,0x10° 1,0x107° 1,0 9,0

2.6.7 IlpuroroBjeHne NOABUKHOM (pa3bl 11 BhICOKOI P PeKTUBHOI

JKMAKOCTHOM XpomaTorpaguu

I[J'IH IMPOBCACHUA XpOMaTOFpa(i)I/I‘{eCKOFO aHaJIn3a HCIIOJIB30BaJIaCh

JABYXKOMIIOHCHTHAA IMOABMIKHAS KHUIKAsd (1)333.:
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— xkomrnoHeHT A — 0,1%  pacTBop  MypaBbHMHOW KHCJIOTBI B  CMECH
JIEMOHU3UPOBAHHOM BOJIBI C allETOHUTPUIOM Mapku «uist BOYKX» B cooTHOIIEHNN
KOMITOHEHTOB 95:5 (00beMm.);

— xomnoHeHT B — 0,1% pacTBop MypaBbHHOW KHCIOTHI B allETOHUTPHIIC
Mapku «171s1 BOXX».

Hnst npuroroBnenust 0,1% pacTBopa MypaBbUHON KHCIOTBI B CMECH
JEMOHU3UPOBAHHOM BOJbI C AaLETOHUTPWIOM (B COOTHOLIEHHH KOMIIOHEHTOB
95:5 00bemM.) B MepHOM IuiuHApe eMkocThio 1000 mu cmemmBamu 1,0 mi
mypaBbuHO#M kucnotbl, 50,0 M ameronutpmina mapku «uist BOXX» u 3arem
JIOBOJAWIIA JI0 METKM JE€UOHU30BAHHOW BOJIOM. [IpUTOTOBIEHHBIN PacTBOpP ILIOTHO
3aKpBIBAJIN KPBIIIKOW U THIATEIBHO MTEPEMEIINBAIH.

Jlns npurortosnenus 0,1% pacTtBopa MypaBbMHOM KUCIOTHI B allETOHUTPHIIE
B 1000 mn aneronutpumia BHOCWIMA 1,0 M1 MypaBBUHOM KHCIOTHI U TIIATEIHHO

HepeMeIBaIl pacTBoOp.
2.7 TexHuKA IKCTIEPUMEHTA

2.7.1 CxeMa IKCIIEPUMEHTA M0 UCCJIEI0BAHNIO

NpoueccoB Macc-(pparMeHTANMH U ONITUMHM3ALMHU JHEPIUH COYAAPECHUI

PactBopel kymecTtpona (puc.5) u mectu CO (raBOHOUTOB TOPSHKH:
WKapuuHa, MKapuTHHA, ukapusuaa I, ukapusuna I, snumenuna A u snumeanHa B
(trabn. 8) ¢ koHmeHtpamusmu 10 MKI/MJI  TOTOBWJIM  ITOCJICIAOBATCIBHBIM
pa30aBICHUEM METHJIOBBIM CIIUPTOM HCXOJHBIX PACTBOPOB C KOHIICHTPAIUSMHU
1 Mr/mJ1, TPUTOTOBIICHHBIX COTJIACHO pas3f. 2.6.5.

OH

HO

O
Puc. 5. Ctpykrypnas popmyia kymectposia (opyrro-popmyna C15HgOs, M=268,0372).
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Ta6muma 8 — CtpykTypHBIE POPMYITBI OCHOBHBIX (DJTABOHOUIOB TOPSTHKU

No HazBanue bpyrTo- MoHouzoTonHas

/i COCTMHEHUS dhopmyia macca, [a
R R?

1 I/IKapI/II/IH rha glU C33H40015 676,2362

2 Nkaputun H H Co1H2056 368,1260

3 Wxapuzun | H glu Cy7H30011 530,1788

4 Wkapusun Il rha H Co7H30011 514,1839

5 DnuMenud A rha-(1-2)glu glu C39Hs5002 838,2895

6 OnumenuH B rha-(1-2)xyl glu CzgH4g019 808,2790

[Mpumeuanue: rha — pamHO3mIL, glu — TIIFOKO3MI, Xyl - KCHI03MIT

Ornpenenenue MpOBOAUIN C UCHOJBb30BAHUEM MCTOYHUKOB MOHOB ¢ MOP un
XUAJl, coemuHEHHBIX ¢ TUOpPUIHBIM Macc-criekTpomeTpoM QExactive ¢
OpOUTANBHOW MOHHOM JIOBYIIKOW BBICOKOTO paspemieHus. TOK KOpOHHOTO pa3psiaa

cocraBisi 2 MKA (B ciywae wucnonb3oBanus XMAJ[), HanpspkeHwe Ha

kamnsipe — 3,5 kB; Temmeparypa kammmispa — 320 °C; TemmepaTypa Ha
pacnsutuTene — 280 °C; CKOpOCTh TMOTOKa pacHbUIIONIET0 rasza (a3or) —
0,40 n/MuH; CcKOpOCTh TIOTOKAa BcmomorareinbHoro raza (aszor) — 0,1 g/mum;

CKOpPOCTh TMOTOKa raza-ocymmurenss (a3zor)— 0,05 n/mun. JleTekTupoBaHue
ocymiecTBsu B quanazone macc 100-1500 Jla u 80—1200 [la mpu peructpaiuu
MOJIOKUTEIIBHO U OTPUIATEIBHO 3apSOKEHHBIX HOHOB, COOTBETCTBEHHO, C
pazpemienremM 35 000 (Ha MOJIOBMHE BBICOTHI) U TOYHOCTBIO OIPEACICHUS MacC
S MWUIMOHHBIX JAoJed (M.a.). Macc-cnekTpsl (GparMeHTHBIX HOHOB TOJy4daiu
BBICOKORHEpreTuyecko auccormanueit coynapenrem (HCD), Bapeupys sHepruu

B guanazoHe 10—70B ¢ marom 10 B. O06paboTky maHHBIX MPOBOAMIA C
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PUMEHEHUEM IPOrPaMMHOIO obecrnieueHus Xcalibur Bepcun 2.2.
[Ipenmonaraemple CTPYKTYpbl (PparMEHTHBIX HOHOB JCHCTBYIOIIEIO BEIIECTBA
noinyyanu ¢ mnomoimieio mnporpamm  HighChem Mass Frontier Bepcuu 7.0 u
HyperChem Bepcumu 7.

B kavectBe monBmwxkHOM da3el  ucnonb3oBanu  0,1%-HeII  pacTBOp
MypaBbUHOM KHUCIIOTHI B CMECH alleTOHUTPHII/BOoAA B COOTHOIIEHUHU 5 © 95 (00.) (A)
u 0,1% pactBop MypaBbMHOW KHUCIOTHI B aneToHuTtpuie (B), mpUroToBieHHbIE
corjacHo pasn. 2.6.7. Xpomartorpadudeckoe pas3iesieHHe BEIIECTB MPOBOIWINA B
pexxumMe TpaareHTHOro smonpoBanus: 0—2 mun — 5% B; 15 mun — 95% B; 15—
18 mur — 95% B; 19-23 mun — 5% B. Temmeparypa KOJTOHKH COCTaBIsIa
30 °C, ckopocTh moToKa moaBmwKHOW ¢a3el — 0,5 ma/mMun. Bpems anamuza ¢
Y4eTOM CTaOMIIN3alliu CUCTEMBI TIepe]] BBOJOM CIIEAYIONIEro 00pasia COCTaBISAIO

23 myuH. O6BEM BBOUMOM MPOOBI — 1 MKJI.

2.7.2 CxeMa IKCIIepUMEHTA M0 oNpe/e/ieHuI0 (PJ1aBOHONI0B rOPSIHKH

B PaCTUTC/ILHBIX MaTE€pUaJax U NMPOAYKTAxX Ha HX OCHOBE

Iloozcomosxka npo6. OtOupanu 1T ucciaenyeMoro Coipbs (BBICYIIEHHOTO
ATAHOJBHOIO JKCTPAKTa TFOPSHKH KOPOTKOHOXKKOBOH (Epimedium brevicornum),
I'PaHyJIMPOBAHHOTO Yasi C SKCTPAKTOM TOpsiHKK Koperickoit (Epimedium koreanum)
U HACTOWKH M3 TopsHKU Koperickoit (Epimedium koreanum)) u go6asism 10 Mo
skcTparenta (70% pactBop sTaHona B Boje). Cmech HarpeBanu 10 35 °C Ha Y3B B
tedenue 30 muH. Ilocme »aToro 1 mm »dKcTpakta OTOMpanu MW 3aTeM
nentpudyrupoBanu 12 mun npu 16 000 06/mMuH. Hagocamounslit cioil KUIKOCTU
UCCIIEIOBAIA XPOMATOMACC-CIIEKTPOMETPUICCKH.

Vcnosua pabomer  macc-cnexkmpomempuueckozo Odemexmopa. Y CIOBUS

Macc-CIEKTPOMETPUUYECKOT0 IETEKTUPOBAHUS MTPUBEEHBI B Ta0. 9.

Ta6J'II/II_Ia 9 — VcnoBus MacCC-CIICKTPOMETPHUICCKOI'0O JCTCKTUPOBAHUA

HaunmenoBaHue IrnapameTpa 3HaucHUE

Macc-cneKTpoMeTp BBICOKOTO pa3pelieHus
Macc-creKTpoMeTpHIEeCKU JETEKTOP .
QExactive ¢ ucrounnkom nonuzanuu HESI-I1
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HaumenoBanue napamerpa 3HaueHue

PexxuMm ucrounuka HMOHU3alIUN

I/IOHI/I?:aLII/ISI SJICKTPOCTATUYCCKUM

paclblICHUEM

]_ICTCKTI/IpOBaHI/Ie B PC)KUMEC MOHUTOPHHI'A

Pexxum nerekTupoBaHus BbIOpaHHBIX peakiuii (SRM) npu peructpanuu

MMOJIOKHUTCIIBHO 3apsAKCHHBIX HOHOB

Pazpemaromniasi cmocoOHOCTH 35000

Tun s4erku coyIapuTeIbHON TUCCOLUAlIU

Slyelika BBICOKOHEPreTUYECKOM

coynaputenbHoit qucconuanuu (HCD)

CKOpOCTb MOTOKA ra3a-OCyIINTENs 5en.
CKopoCTb ITOTOKA BCIIOMOTaTENILHOT'O Ta3a 10 en.
CkopocTb [MOTOKA ra3a Ha pacriblIUTENe 40 en.
Hanpsiokenue Ha kanuisipe 4.0 xB
TemmnepaTypa Ha pacHbUIUTENE 280 °C
Temneparypa kanuuisipa 270 °C

[Ipouenypy KaauOpOBKH MacCC-CIIEKTpOMETpa € OpOUTAILHONW HMOHHOMU

JIOBYIIKOW TPOBOJMIIA C UCIIOIb30BaHUEM KaJIMOPOBOYHOTO pacTBopa. s cOopa

U 00pabOTKM Macc-CIIEKTPOMETPUUECKUX JaHHBIX HMCIOJb30BaJIach IMporpamma

Xcalibur Bepcun 2.2.

Yenosus xpomamoepaguueckozo pazoenenus.

[ToaBuxHas daza

Temneparypa
TepMOCTaTa KOJOHKU
O6Bem BBOIA IPOOBI

Bpewms ananuza

— koMmroHeHT A — 0,1% pacTBop MypaBbUHOI KHCIIOTHI B
CMECH JCHUOHHM3UPOBAHHOW BOJBI C aIETOHUTPHIOM
Mapku «i1 BOXX» B cooTHOIMEHNN KOMIOHEHTOB 95:5
(oOBeM.);

— koMroHeHT B — 0,1% pacTBop MypaBbHUHOU KUCIOTHI B

aueToOHUTpuUIIE Mapku «ist BOXKX».

45 °C

5 Mk

15 mun
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Pexum I'PAUEHTHBIN
XpoMartorpaduuecKkoro CooTHo1IEHNE KOMIIOHEHTOB Ckopoctb
Bpewmsi, mun MOJIBUXKHOM (pa3sl MOTOKA,

SJIIONPOBaHUA A, % B, % MJI/MUH
0,0 80 20 0,6
1,0 80 20 0,6
4,0 75 25 0,6
4,5 60 40 0,6
7,5 3) 95 0,6
10,5 5 95 0,6
11,0 80 20 0,6

2.7.3 CxeMa IKCIIepUMEHTA 0 pa3padoTKe crnocoda n3BjaeYeHus!
OCHOBHBIX KOMIIOHEHTOB FOPSIHKH U3 PACTUTEJIbHBIX MATEPHAJIOB

CBEPXKPUTHIECCKUM JUOKCHAOM yIJIepoaa

JUIst 3KCTpAaKIUU OCHOBHBIX KOMIIOHEHTOB TOPSIHKM HCIOJIb30BAJIH JIUCThS
Epimedium brevicornum w3 oJHOH NHapTUH JIEKAPCTBEHHOTO PACTHTEIBHOTO
ceipbsi. JlucTha TOpsHKM wW3Menpyanu 10 6-8 mm, orOmpamm S5,0r wu
skcTparupoBaiu npu temneparypax ot 40 go 60 °C ¢ marom 5 °C 1 1aBICHUSAX OT
10 mo 30 MIla ¢ marom 5 MIla B Teuenune 15, 30 u 45 muu. B kauecTBe co-
pactBoputTens ucnoyib3oBanu  80%-Hbld  3TaHOJN. CKOpPOCTH TMOJa4d  CO-
pPacTBOPUTENISL U YIJIEKHCIIOTO ra3a COCTABISIN 3 U 7 I/MHUH, COOTBETCTBEHHO.

s CPaBHUTEJIBHOU OLICHKH s pexTuBHOCTH DKCTPAKLIUN
CBEPXKPUTHUYECKUM JHOKCUIOM Yriepoja ObUIM TaKXKe MOJYyYEHbl CHUPTOBBIE
AKCTPAKTHI YJIbTPA3BYKOBBIM METOJOM C HCIOJIb30BAHHEM ONTHUMHU3HPOBAHHBIX
napameTpoB, mpuBeAEHHBIX B pabote [48]. K 1r wu3Menp4€HHOTO CHIpHS
nobasysmn 30 Mt akctparenta (50%-HbIl pacTBOp dTaHoNMa B Boxae). Cmech
BbIJICp>KMBANIM B yabTpa3BykoBoi 6ane mpu 50 °C B Teuenue 30 mun. [locne 3Toro
orbupanu 1 mi 3KcTpakTa, ueHTpudyrupoBamu 12 mud mnpu 16000 06./MuH,
MPOITyCKaIi Yepe3 OymMaxkHblid GuibTp ¢ pazmepom mop 0,45 MKM u uccieaoBaiu
XpoMaromacc-cnekrpomeTpuuecku.  [lpoBonunu  Tpu  moclieoBaTeNbHbIC
ATAHOJIbHBIE YKCTPAKIIUU.

KonnyecTBEHHBIN aHAIN3 NOJYYEHHBIX 3KCTPAKTOB OCYIIECTBIISUIM METOJOM

BOXX-MC/MC B ycnoBusix, NpeCTaBICHHBIX B pas. 2.7.2.
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2.7.4 CxeMa 3KCIIepMMEHTA MO pa3padoTke cnocoda

onpeacjacHus I[eﬁCTBleIHHX coeIMHEeHU TOPAHKHA B OMOJIOTHYEeCKHX npoﬁax

Ananuz nocne pasoasnenus. K obpasiyy mouu (5 mur) gobapmsumm 0,05 mi
BHYTPEHHETO CTaHJapTa, COAEPIKAIIEro KyMecTpoa (¢ KoHueHTpauen 10 Mxr/mi,
MOJIYYeHHBIN MOCIEA0BATEIbHBIM pa30aBIeHUEM METHUIIOBBIM CIIUPTOM HMCXOJIHOTO
pacTBopa ¢ KOHIICHTpalued 1 Mr/mj, NMPUrOTOBJICHHBIA coOryiacHO pasi. 2.6.5.).
3areM  BHOCMIM 6,5 M alETOHUTPWIA,  TLIATENIBHO  MEPEMEIINBAIIH,
nentpudyrupoBanu B TedeHue 10 mun mpu 13400 06./Mun. OtOupamu 1 mu
HAJI0CaJ0YHOTO CJI0S U aHAJTU3UPOBAIIH.

JKOKD. K obpasmy mouw (5 mun) mob6assia 0,05 Mt BHyTpeHHETO CTaHaapTa,
Ipy MPOBEACHUH (PEPMEHTATUBHOTO TuApoian3a BHocwin 1 miu  docdarHoro
oydeprnoro pactBopa ¢ pH 6,5, 0,03 mm pactBopa OeTa-TIIOKYpOHHIA3bl |
uHkyOupoBasiu B TeueHue 80 mun mpu 55 °C. 3arem Ui OCYIIECTBICHUSA
IKCTpaKIMK B KHUCION cpeae Ao0aBisiu 0,05 Mii KOHIIEHTPUPOBAHHOM COJITHOM
KUCJIOTHI, B IIeJOYHOM cpeae — 1 mi kapOoHaTHOro OydepHOTo pactBopa ¢
pH 10,0. ITocne yero BHOcuIM 1 T XJIopHIa HATPUS U THIATEIHLHO MEPEMEITUBAIIH.
DKCTparupoBaJId 5 MJI OPTAaHUYECKOTO PACTBOPUTEINS MIIM CMECHIO PAaCTBOpPHUTEINEH
B TeyeHue 10 MUH Ha aBTOMATHYECKOM 3KcTpakTope. llenTpudyrupoBanu mnpu
3000 06./mMmuH B TeyeHue 10 MUH, OpraHUYECKUMN SKCTPAKT yHapuBalIM J0CyXa B
TOKE a30Ta NpU KOMHATHOM Temmeparype. Cyxoil OCTaTOK HEPEPACTBOPSUIM B
0,1 M moaBwkHOM (ha3bl B u aHanmu3upoBaiu.

Td)I. K o6pasity moun (5 min) qobdasisiim 0,05 mit BHYTPEHHETO CTaHaapTa.
KonaummonnpoBanue  copOeHTa  TPOBOAWIM  MyTEM  IOCJIEIOBATEILHOTO
MPOITYCKAHMS Yepe3 KapTpuK 4 My MeTtanoia u 4 mi Bojwl. Jlanee 3arpyxanu
Smi ofpasnia M TpomycKadu co CckopocTthio 1-3  kammu/c.  IIpombiBKY
ocymiecTBIsUT 4 Mi1 Bojbl. [laTpoH Ccymunau moj BakyymMOM B TEYEHHE S5 MUH.
OmonpoBanu 4 paza 1o 1 Ma MeTaHosa. DIr0aT ynapuBald J0OCyXa B TOKE a30Ta,
cyxoil octatok nepepactBopsiiu B 0,1 M noaBukHO# ¢da3bl B 1 ananu3zupoBaiu.

Banupanuio pa3paboTaHHON METOIUKUA MPOBOJUIM COTJIACHO PYKOBOJCTBY

0  BajguganuMd  OuoaHanIuTHYeckux  MeronoB [183] u  Mmeroawueckum
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pEKOMEHIAITUSM I'OCT P CO 5725-1-2002 [184] u
I'OCT P UCO 5725-2-2002 [185].

2.7.5 Cxema 3kcriepuMeHTa 1o pa3padoTKe cnocoda o0HaApPYKeHUsI

{l)JIaBOHOI/IIlOB TOPAHKH B PACTUTEJTbHOM CBIPbHE U MPOAYKTAX HAa €ro 0OCHOBE

WccnegoBanne mnpoBOAWIM  HAa  BBICOKOI(P(PEKTUBHOM  KUIKOCTHOM
xpomarorpade Dionex Ultimate 3000 RS, coennHEeHHOM € Macc-CIIEKTPOMETPOM
Orbitrap Fusion ¢ opOuTanbHONH HOHHON JOBYIIKOW BBICOKOTO pa3pelieHus U
rcTounrkoM noumsarmu EASY-Max-NG™.

Macc-cnektpel noimydann B ycnoBusax WOP. Hanpsbkenme Ha kamwuisape
cocrapmsuio 4,0 kB; Temmeparypa kammuisipa 270°C; Temmeparypa Ha
pacneumatene 280°C; ckopocTh MOTOKa pacmbuistoniero rasza (asor) 0,40 ji/mus;
CKOpPOCTh MOTOKa BcmomorareinbHoro rasza (azor) 0,1 1/MHUH; CKOpOCTH MOTOKA
raza-ocymmutenss (azor) 0,05 1/mun. JlerektupoBasii B AMana3oHE Macc
100 - 1550 [la mpu perucTpanuu MOJOKUTEIHPHO M OTPHUIATEIBHO 3aps>KEHHBIX
noHOB ¢ paspemieHueM 35 000 (Ha MOJIOBUHE BBHICOTHI) U TOUHOCTHIO OMpECICHUs
Macc S MJa.  Macc-ClieKTppl  IOJAy4YaIM  AUCCOLMALME, HWHIYUUPYEMOU
coynapenuem, B noHHo JoByiike CID (¢ ucnosib3oBanuem renus Mapku «6.0» B
KaueCcTBE raza-pearcHra).

OO0paboTKy MaHHBIX TPOBOAWIM C TPUMEHEHHEM MPOTPAMMHOTO
obecrieuenns Xcalibur Bepcun 3.0 (Thermo Scientific, CILIA).

[Ipu ompeneneHun ¢IaBOHOUIOB HCIIOJIB30BATM KOJIOHKY C OOpalieHHO-
dazoBeiM copoernTom Hypersil Gold aQ, anmunoit 150 MM, BHYTpEHHUM JHUaMETPOM
2,1 MM, pasmepoMm 3epHa copOeHta 3 mMxM, ¢Gupmbl «Thermo Scientificy.
Temmneparypa komoHku coctaBisiia 45 °C, 00béMHass CKOpPOCTh TMOTOKa
noaBmwkHOW (a3el — 0,6 Ma/mMuH. B kauecTBe MOABMKHON (Da3bl MCMOJIB30BAIN
0,1%-HbI1i1 pacTBOp MypaBBUHOM KHUCIOTHI B CMECH AalleTOHUTPWI/BOJA B
cootHomennu 5 :95 (06.) (A) m 0,1% pacTBOop MypaBbHHOW KHCIOTHI B
aneronutrpuiie (B). Xpomartorpadpuyeckoe pasjiesieHHe BEIECTB MPOBOJIUIN B

pexume rpamueHtHoro smoupoBanus: 0-1 mun — 20% B; 4 Mmun — 25% B;
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45mvun —40%B; 75vmun—95% B; 7,5-10,5 Mmun —95% B; 11 mun —

20% B. Bpemsi ananmmza ¢ yd4eToM CTaOWIM3allMM CHCTEMBI TIepe] BBOJOM

caeayroniero oopasma coctarisuio 15 mud. O0BEM BBOAMMOM POOLI — 5 MKII.
2.7.6 Ilonyyenue Guomarepuasia

SKCHCpI/IMeHTaJIBHBIC HCCIICA0OBAaHUA IMPOBOJMIIM C  HCIIOJBb30BAHHUEM

OMOJIOTUYECKON MOJENH OeNbIX OecropoaHbIX Kpbic-caMiioB Maccor 200-350 T ¢

npuMeHeHreM OOMEeHHBIX Kamep Trma «Metabolic cage for rats» (puc. 6).

Puc. 6. O6mennas kamepa tumna «Metabolic cage for ratsy.

CO6op MOYM KUBOTHBIX OCYILIECTBIISUIA C OLIEHKOW ee oObeMa. [lapanienbHo
UCIIBITAHUSAM  OTBITHBIX KPBIC TPOBOJIWIM OIICHKY KOHTPOJBHBIX OCOOEH,
MOJIYYArOIIUX BMECTO MCCIEAYEMBIX BEIIECTB PACTBOPUTEIb, C HCIOJIB30BAHUEM
KOTOPOro TOTOBWJIM mpemnapaT. KoHTposibHbIe 00pa3ibl Modyyaidd MpU TOM 3Ke
NyTH BBEICHUSI B OPraHU3M M B Te ke Cpoku. KoauuecTBO KMBOTHBIX B TpyMIe
COCTaBJISIIO 5 roJsos. s HCCIIEIOBAHUM HCIIOJIB30BaIN KpBIC
crienMau3upoBaHHbIX ~ NUTOMHUKOB  (DI'YII  «llutomHMK  71a00paTOPHBIX
#*uBOTHBIX «PAIIIIOJIOBO», Cankr-IlerepOypr), He MeHee IBYX HeAelb
COJICP)KaBIIMXCSI B KapaHTHHE B BHUBapUU IMPH CBOOOJHOM JAOCTYIlE K BOJE U
CIIeIMAIM3UPOBAHHOMY KOpMY TuIla rpanyiaupoBanHoro [1K-120 6e3 npumeneHus

WHBIX KOPMOBBIX JJOOABOK M MPENapaToB.
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JKVBOTHBIX MapKUpOBaJIM M pacupenessiv no rpynmnaMm. He MeHee dem 3a
JBA Yaca [0 Hayaja WCCIENOBAHUM KpPbICAM OIIBITHOM M KOHTPOJIBHOW TIPYIII
OTpaHUYMBAIIM JTOCTYII K MHILE TPU COXPAHEHUH CBOOOAHOTO TOCTYIIA K BOJIE.

Ilepen Hauanom wuccienOBaHUS MPOBOAWIM MOJATOTOBKY METa0O0IMYECKUX
kamep. [IpenBapuTenbHO BBIMBITBIE C MBUIBHBIM PACTBOPOM, IIPOMBITHIE 3aTEM HE
Menee 10 pa3 mpoToyHOl M HE MeHee 3 pa3 IUCTHWLIMPOBAHHOW BOAOW M
BBICYIIICHHBIE NP KOMHATHOM TeMmIlepaType AETaJId MOJABEPrajid CIELHATBHON
o0paboTke.

JleTanu KaMmepbl, CONPHUKACAIONIMECS C SKCKpPElHMEH >XUBOTHBIX (CeTKa
NOJJIOHA KaMephl, cOOpHasi BOPOHKA, MOYEBOE KOJIbLO, Pa3JAeIUTENbHbIA KOHYC,
KaJlo- ¥ MOYEMPUEMHUK) TOTOJHUTEIHHO 00padaThIBaIl CTEPUIILHBIM BaTHBIM
TaMIIOHOM, OOWJIBHO CMOYEHHBIM TE€KCAaHOM MapKu X.4. (CIHUTYIO >KHUIKOCTb
coOMpay B YUCTbIE BUAJBI JJI UCCIICIOBAHMS), @ MOCJIE BHICHIXaHUSI — TAMIIOHOM
¢ U30BITKOM pacTBopa 96% 3TaHoNa (CAUTYIO KUIKOCTh TAKXKE MOJABEpraiu coopy
u aHaimu3y). [lpu BbIChIXaHMM JeTajied, KaMepy cOOMpalid U MCHOJIb30BAIN JUIS
IIPOBENICHMSI HCCIIETOBAHUS.

BBeaenne oCymecTBISUIM BHYTPUKEIYJOYHO 30HJIOBO B BHUJE HKCTpPAKTa
Epimedium Brevicornum B 50% pactBope mnomudtriaeHraukoas (I1917) 400 B
JICMOHM30BaHHOM Bojie B o3¢ 500 mr/kr (3 mur/kr) [186, 187].

[locne BBegeHUs mpenapara MXUBOTHBIX HEMEIJIEHHO MEPEHOCHIA B
MeTabonnueckyro kamepy. MM mpenocTaBisiiii ¢cBOOOJHBIA OCTYN K BOJAE IpU
UCKJIFOUEHUHU MTPUEMa TTUIIIH.

Ot60p npod nmpoBoamiu uepes 0-12, 12-24, 24-36 vacoB mociie BBEACHUS

npenapara.
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I'naBa 3. Pe3yabTaThl U 00CyKIeHUE

3.1 Pa3zpaboTka cnnocoda onpeesieHust (Pj1aBOHOUI0B rOPSIHKHA METOIOM

BIKX-MC/MC

[TockonbKy TOpsIHKA MCITONB3YeTCsl B GUTOMETUIIMHE BO BCEM MHpE, ObLIO
BBITIOJIHEHO OOJIBIIIOE YUCIIO paldOoT C MENIbI0 Pa3padOTKU aHATTMTUYECKUX METOJOB
UJeHTU(GUKAIIMKY, KOJUYECTBEHHOTO OINpENEICHUs M  KOHTPOJISI  KadyecTBa
PaCTUTEIBHOTO CHIPhS, DKCTPAKTOB U KOMMEPUYECKUX MPOAYKTOB HAa WX OCHOBE, B
pasn. 1.4 npusenena mHdopmaius Mo HEKOTOPbIM U3 HUX. B mocnennue 20 ner
HaubOoiee TMOMySIPHBIMH METOJaMU  OIpeAeNeHUs  (PIIaBOHOMIOB JTAHHBIX
pacteHnii crtamu pasnnuHble BapuaHTel MC nerextupoBanus. [lpu  3TOM
perucTpanus B peXUME BBIOPAHHBIX HMOHHBIX IEPEXO0JIOB 00JIajaeT XOopollen
YyBCTBUTEIHHOCTHIO U JIYUIITIMHU METPOJOTHIECKUMH XapakTepuctukamu. OTHaKO
JUIST  pa3pabOTKM METOAMK C HCIOJB30BAHMEM MPEJI0KEHHOTO  crocoda
HeoOxomumo Hamumuume CO, Tak Kak Ha IIEpBOM JTale HEOO0XOIUMO
ONTUMHU3HUPOBATh  YCIOBUS  PETUCTPAIlMM  MAacCC-CIIEKTPOB IS Ka)XJIOTO
uccienyeMoro coequHenus. Ho mpu mpoBeleHUH TMEpBOHAYAIBHOTO CKPUHMHTA
PaCTUTEIBHOTO CHIPhS U OOHAPY)KCHUH MUHOPHBIX (DJITABOHOWJIOB HCIIOJIH30BAHUC
CO sBngercss HelenecooOpa3HbIM B CHUITy WX BBICOKOW CTOMMOCTH U
TPYAHOAOCTYIMHOCTH. B 3TOM ciydyae ONTUMaNIbHOW SBISETCS TPyINIOBas
uaeHTUGUKAUS ~ (QIIABOHOWJOB  TOPSHKA  TI0  MAacC-CIEeKTPadbHBIM U
xpoMarorpaduueckum xapakTepucTukaMm. [l 3TOro HEOOXOAMMO H3y4YEHUE
O0COOCHHOCTEM (POPMUPOBAHMS MAacCC-CIIEKTPOB OCHOBHBIX KOMIIOHEHTOB C

npumeHeHueM BOXX-MC/MC BbicOKOTO pa3pelieHus.
3.1.1 Pa3zpaboTka cnoco6a uaeHTU(PUKANNH HKAPUUHA

Macc-cneKTpoMeTpUYeCKHEe  XapaKTEpPUCTUKU  (PIIaBOHOMIOB  TOPSHKH
u3ydanu Ha npumepe CO wukapumHa TyTEM BBISBIEHUS OCOOEHHOCTEH

(dbparMeHTaIMK [0 MacC-CIIEKTPaM BTOPOTO MOPSIKA.
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B nameii pabore mbl ucnons3oBanu MOP monexkyn anamutoB u XUAJ],
UCIIONB3YEMYI0, KakK MpPaBWIO, JJIA CJIA0OMOJSIPHBIX, TPYJHOUMOHU3UPYEMBIX
coequHeHu. [[nsi cpaBHeHUsT Ha puC. / TPHUBEAEHBI Macc-CIIEKTPhl pacTBOpa
uKapurHa ¢ KoHIeHTparueit 10 mkr/mi, momydennole Hamu npu XUAJ[ u npu
NDP. 13-3a Gosiee BBICOKOW MHTEHCUBHOCTH CUTHAJIOB B 00JIACTH MOJIEKYJISIPHOTO

MOHA M BBICOKOT'O OTHOIIIEHUS CUTHANA K I1ymMy, BeiOpanu UOP.
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Puc. 7. Macc-cniekTpbl MKa, COOThBETCTBYIOIIET0 HKAPUUHY C KOHIIEHTpaluei
10 MKr/mMI1 B METaHOJIE, B PEKUME PETUCTPAIIMH MOJOKHUTEIHHO 3aPSXKEHHBIX HOHOB MPH

XUA/ (a) u mpu UDP (6).
[To nuTepaTypHbIM JaHHBIM HM3BECTHO, YTO NpH HUcHoiab3oBaHuu MIP
UKApUUH JCTCKTHPYETCS B YCIOBUAX pPErucTpanuu monoxkuteasHo [133] u
OTPHILIATEIILHO  3apsKeHHbIX HOHOB [137]. IlosroMy Ha mepBoM Jtarme

HCCIICAOBAHUC ACTCKTUPOBAHUC OCYHICCTBIIAIIMN IIPU JIBYX PCKUMAX MOHU3AIUN C
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MPUMEHEHUEM MAaCC-CIIEKTPOMETPUU BBICOKOTO paspernieHusi. ITO IMO3BOJIUIO
OTIPEJICTUTh TOYHBIC MACChl HOHOB, COOTBETCTBYIONINE MOHOM3OTOITHBIM Maccam
MPOTOHUPOBAHHBIX MOJIEKYJ MKapuuHa. B pexxuMe perucrpanuu MoJI0KHUTEIbHO
3apsKEHHBIX MOHOB MKapUMH 00pasyeT IPOTOHMpPOBaHHYIO Monekymy [M+H]" ¢
m/z 677,2433 ¢ 1ByMs H30TOITHBIMU IMHKaMK ¢ M/Z 678,2469 u 679,2496 (puc. 8a).
Hon amnykra ¢ m/z 699,2248, CaHyNaO.s u dparmentHsiii non 369,1398,
C21H2106 COOTBETCTBYIOT NPUCOSAVMHEHUIO HATPWUS W OTIIEIJICHUIO OCTATKOB
IJIIOKO3bl M PaMHO3bI, COOTBETCTBEHHO. B ycnoBusx MOP ¢ peructpanuein
OTPHIIATEIIEHO 3apsHKEHHBIX HOHOB oOpasyercs woH [M-H] ¢ m/z 675,2288 ¢

W30TOITHBIMH ITHKaMu ¢ M/z 676,2314 u 677,2344 (puc. 80).
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Puc. 8. Macc-ciekTpsbl IuKa, COOTBETCTBYIOIIETO HKAPUUHY, B YCIOBUSX PETUCTPALUU
MOJIOXKUTENBHO (a) ¥ oTpUIaTeNbHO (0) 3apshkeHHBIX HOHOB (Glc — rmoko3a, Rha — pamuo3a).
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B Macc-cnexktpe wuWKapuMHa TpH  HcnoJib3oBaHuuM HMOP B pexume
PETHCTPAIIMU TIOJIOKHUTEIIBHO 3apsKEHHBIX NOHOB MAaKCHMAaJIbHYI0O WHTEHCUBHOCTD
UMeeT HOH ¢ M/z 677,2433, a oTpHIIaTeIbHO 3apsKEHHBIX HOHOB - ¢ M/z 675,2288.

N3yyenne awcconuanud HWOHOB-TIPEIIIECTBEHHUKOB B TaHJEMHOW Macc-
CIIEKTPOMETPUM SBJISIETCS HEOOXOIWMBIM JTarioM paboThI, TaKk Kak 0€3 3TOoro
HEBO3MOXEH TIOMCK W TPaBWIbHBIA BBIOOP XapaKTEPUCTUYHBIX HOHOB,
UCITOJIB3YEMBIX TIPH PETUCTPAIMU CEJICKTUBHBIX PEAKIUN I WIACHTU(DUKAITIN
1eJIeBBIX coenuuenuii B pexxume MC/MC.

[TomydyeHHbIE HaA TIEPBOM JTalle HCCICAOBAHUS HMOHBI C MaKCUMaJbHOU
WHTEHCHUBHOCTBIO HCIOJIB30BAIM B KAUECTBE HOHOB-TIPEAMICCTBEHHUKOB. CTICKTPHI
MC/MC mnonydanyd BapbuUpys DHEPrUH COYAAPUTEIBHON JIUCCOIMALIMM B

nuarna3one 10-70 B ¢ mrarom B 10 B (Ta6. 10).

Tabmuma 10 — MC/MC-cniekTpsl MKapuUHHA, MOJIYYEHHbIE B pEXHMaX pPETUCTPALlUU
MOJIOKUTEIHHO U OTPUIIATEIIHHO 3apsXKEHHBIX HOHOB

M/z (1o, %)

Oueprus PexuM perucrpaiin
CTOJIKHOBEHUH, Bl 116 10xmrenpHo 3apshxennbIx Pexm pernctpatmn
OTPHUILIATENHHO 3aPSKEHHBIX HOHOB
HOHOB

10 369,1330 (100) 675,2288 (100)

20 369,1330 (100) 675,2288 (100), 367,1185 (60)

30 369,1330 (100), 313,0703 (25) 675,2288 (30), 367,1185 (100)
367,1185 (90), 352,0952 (100),

40 369,1330 (35), 313,0703 (100) 323,002 (36)

0 $13.0703 (100 367,1185 (20), 352,0952 (100),

323,0925 (80)

352,0952 (80), 323,0925 (100),
308,0328 (34), 295,0973 (28),
281,0456 (34), 267,0298 (44),

313,0703 (100), 243,0649 (8),
60 187,0752 (6), 135,0440 (10),
97,0288 (14)

255,0298 (18)
313,0703 (100), 243,0649 (34), 352,0952 (20), 323,0925 (94),
20 187,0752 (46), 308,0328 (36), 295,0973 (48),
135,0440 (76), 281,0456 (98), 267,0298 (100),

97,0288 (42) 255,0298 (38)

Jis  TmOATBEpKACHUSI  CTPYKTYphl M PAacCMOTPEHHUS  BO3MOXKHBIX
(GbparMeHTHBIX HOHOB OKCIIEPUMEHTAJbHBIC PE3YyJbTaThl  COMOCTABISUIM  C
pacu€THBIMU, TOMyYeHHBIMU ¢ momoibio nporpamMbl HighChem Mass Frontier

Bepcuu /.0. Haubosiee BEpOSATHBIMU U3 MPEICTABIECHHBIX CTPYKTYp SIBISIOTCA
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(dparMeHTHBIE WOHBI C HaWMeHbINEH 3Heprueil oOpazoBanums [188], koTopyro
BBIUUCISUIM € TIOMOMIBIO  TOJYSIMIIUPHUECKOTO  KBAHTOBO-XHMHUYECKOTO
Merona AM1 npu ucnons3oBanuu nporpammbl HyperChem Bepcuu 7. JlaHHBIN
METOJ SBJIACTCA OAHUM M3 HauOoJiee TOYHBIX M HCHOJB3YeTCS A OOJBIINX
OpraHUYEeCKUX MOJIEKYJ, COAEpKaluX apOMaTUYECKHE KOJIblla W KHUCIOPO/I.
PesynbraTel mpencraBieHbl B TaOn. Al. Pacu€THele M AKCHEpUMEHTaIbHBIC
3HAYCHUSI M/Z OTIMYAIOTCSI MEHEe YeM Ha 5 M.JI.

Jist  ompezeneHus ONTUMAJBHBIX [MApaMeTpoOB TPH  HACHTUPHUKALUU
WKapurHa BHIOpA XapaKTEPUCTUYHbIE (PAarMEHTHBIE HOHBI C MaKCHUMaJbHOU
uHTeHCUBHOCTEI0O B MC/MC-cniekTpax ¥ TMOCTPOMIM KpPHUBBIE 3aBUCHUMOCTEH
IO/ TMKOB MOHOB OT SHEPTrUM (hparMeHTAIMN KaK B YCIOBUSAX PErHCTpPalUU
MOJIOKUTENBHO (pHC. 9a), TaK M OTPHUIATETHLHO 3apsSKCHHBIX HOHOB (puc. 90).
CoryacHO TMpeACTaBICHHBIM KPUBBIM, MAaKCUMAaJIbHbIC IJIOMIAU MMHUKOB HMOHOB C
m/z 313,0703 u 369,1330 B yCJIOBUSX PETHCTPALUU MOJOKHUTEIBHO 3apsIKCHHBIX
uoHoB W ¢ mM/z352,0952, 367,1185, 323,0925 B yCIOBUAX pPETUCTPALAN

OTPHUIIATEIHHO 3apsHDKEHHBIX MOHOB JocTuratotcs npu 40 B.
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Puc. 9. Kpussle onTumu3anum 3Hepruu pparMeHTaluu: a — B peXKUMe PEerucTpalun
MOJIOKUTEIBHO 3apsKEHHBIX HOHOB: 1 — 677 — 369; 2 — 677 — 313; 6 — B pexxume

pPEruCTpaliK OTPHUIATEIBHO 3apsKEHHBIX HOHOB: 1 - 675 — 367; 2 — 675 — 352;
3-675— 323; 4 675 — 267.
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Takum oOpa3om, CHCAYIONIME YCIOBHS H  IapaMeTPhl  SIBIISTFOTCS
ONTUMAJIHHBIMHU TIPH UACHTU(DHUKAIIMA HKapUUHA!

B PEXHME PETHCTpAIlUU TOJOKUTEIBHO 3apsDKEHHBIX HMOHOB — HOHHBIN
nepexon ¢ M/z 677,2433 — 313,0703, 369,1330, sneprus coynapenuii — 40 B
(puc. 10a);

B PEKUME PETUCTPAIlMU OTPHUIATEIHFHO 3apsOKEHHBIX HOHOB — HOHHBIN
nepexoJ1 ¢ Mm/z 675,2288 — 352,0952, 367,1185, 323,0925, sHeprus coymapeHui —
40 B (puc. 1006).
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Puc. 10. MC/MC-criekTpbl HKa, COOTBETCTBYIOIIETO HKAPHHUHY, B PEXUME PETUCTpaLUU
MOJIOKUTENIBHO (a) U OTpHUIATENBHO (0) 3apsyKEHHBIX MOHOB MPHU SHEPTUU
¢parmenTtanmu — 40 B.
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3.1.2 Pa3paboTka cnocoda KOJIHM4eCTBEHHOT0 oNpe/iesIeHUst
(/1aBOHOU/I0B IrOPSIHKU B PeKUMe PerucTpalui BbIOPAHHBIX HOHHBIX

nepexo 0B

Buvibop ycnosuii macc-cnexkmpomempuiecko2o demexkmupoganus. Kak Ob110
BbISICHEHO paHee (pasa.3.1.1) dnaBonounsl ropsuku npu KWOP  obpazyior
IPOTOHUPOBAHHBIE W JIETPOTOHUPOBAHHBIE MOJEKYJbI, OJHAKO WHTCHCHUBHOCTH
MEPBBIX BBIIIE, YTO MOXXHO HaOmomaTh Ha puc.1ll, roe i cpaBHEHUA
MPEICTABICHBl MacC-CIEKTPhl uKapu3uia Il, moiydeHHbIe MPU ABYX pPEKHUMAaX
WOHU3AITNH.
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Puc. 11. Macc-cniekTpbl TUKa, COOTBETCTBYIOIIET0 nKapu3uay |l B metanome ¢

KoHIeHTpauueil 10 MKr/mi1, B yCIOBHSIX PErHCTPALIMU MTOJIOKUTENBHO (a) U
OTpUIaTeNbHO (0) 3apsIKEHHBIX HOHOB.

- -
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[ToaToMy HEOOXOOUMO pPacCMOTPETh IeIeCO00Pa3HOCTh TMPUMEHECHHUS
peKrMa PErUCTPAlMH TTOJIOKHUTEIBHO 3apsSHKEHHBIX MOHOB Ha MpPHUMEpPE APYTHX
(b1aBOHOMIOB, MPUBEACHHBIX B Ta0d. 9. B MOIydeHHBIX Macc-CIIEKTpax JaHHBIX
BCII[ECTB TMPUCYTCTBOBAJIM CHUTHAJIBI, COOTBETCTBYIOIIAE MPOTOHHUPOBAHHBIM
MoJiekyinam ¢ m/z 369,1333 g ukaputuna, 531,1861 mis ukapusuga |, 515,1912
s ukapusuaa ll, 839,2968 mis snumenuna A u 809,2863 nis snumenuna B, uto
MPOWJUTIOCTPUPOBAHO Ha puc. 12 u 13.
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Puc. 12. Macc-criekTpsl B YCIOBHUSX PETHUCTPALIUU MOJTO0KUTEIBHO 3apsSKEHHBIX HOHOB
MMKOB, COOTBETCTBYIOIUX UKApUTUHY (a) 1 ukapusuay I (6) B meranose ¢
KoHIeHTparuei 10 MKr/mit.
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Puc. 13. Macc-cnekTphl B yCIOBHSAX PETUCTPAIIUHN TTOJIOKHUTEIBHO 3apsHKCHHBIX HOHOB
MMUKOB, COOTBETCTBYIOIIUX dNuMenHy A(a), smumenuny B (0) u ukapusuny II (B) B
MeTaHoJe ¢ KoHneHTpanue 10 Mxr/mi.
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JlaHHBIE WOHBI MOTYT OBITH YCIICITHO WCIOJIb30BAaHBI B KaueCTBE
NPEAIIECTBEHHUKOB JUIsl OINPEAEIICHUS] aHAIWTOB B PEXKUME MOHUTOpPHUHIA
3aJIaHHBIX PEAKIIHU.

Ha craguu ontuMu3anuy ycJIOBH TaHIEMHOI'O MacC-CIIEKTPOMETPUYECKOTO
JNETEKTUPOBAHUSL TPOBOAMIA BbIOOP ONTUMAIBHBIX IMApP HOHHBIX MEPEXOAOB U
sHEprui coynapeHuit. [y 3Toro ucciaeaoBaiy BIMSHUE SHEPTUHN (HparMeHTaluy B
KaMepe COyJapeHHil Macc-CIEeKTpOMETpa Ha XapakTep CHEeKTpa (pparMeHTHBIX
MOHOB, 00pa3yIOIIUXCs MPU pacmnane MPOTOHUPOBAHHBIX MOJEKYJSPHBIX HOHOB
onpenensieMblx (PIIaBOHOMAOB, M HAa HHTEHCHUBHOCTh OOpa3ylOUIMXCsi HOHOB-
IPOYKTOB.

Takum 00pazoM, JJig MOJIYYEHUS] MAKCUMAIbHOTO aHAIUTUYECKOTO0 CUTHAJIA
JUIsL  ompenensieMbIX (DJaBOHOMJIOB B PEXUME PETUCTPALMHU  MOJOKUTEIBHO
3apsHKEHHBIX HOHOB HEOOXOJMMO HCIIOJIb30BaTh IMapaMeTpbl paboThl Macc-

CIIEKTPOMETpa, NMpHBeAEHHBIC B Ta0m. 11.

Tabmuna 11 — OnTUMU3MPOBAHHBIE MAPAMETPhl MAacCC-CIIEKTPOMETPUYECKOTO JICTEKTHPOBAHMUS
orpeneNnseMbIX (JIaBOHOUIOB B PEXKUME PETUCTPALIUH MTOJIOKUTENIBHO 3apPsHKEHHBIX HOHOB

Vo BpyTTo-hopmyna 9;{12)_ ®parMeHTHbIE cl?(f)pyl\:;(')l;l
Omnpenensiem nOHa- nomsl, Ja
IpE/IIIECTBCH- CTOJIK- MOHOB-
0€ BEILIECTBO [M+H]", ITa Hpe/IIIeCTBeH- HOBE- (OTH. UHTEHCHB- HPOTYKTO
HUK , HUKA . HOCTB, %) POAYE
HuH, B B

369,1333 (100) | CxnH20
OnumenuH A 839,2968 CsgHs51029 30 313 0707((15)) CEHEOZ
369,1333 (100) | CxuH20
Snumenns B 809,2863 CasH49019 30 313 0707((15)) CiHiOE
369,1333 (55 C21H210
Uxapusun | 531,1861 C2rHz10n 401 3130707 ((100)) CiHi:OZ
369,1333 (55 C21H210
Wkapusun 11 515,1912 C2rH31010 40| 3130707 ((100)) CiHi:OZ
369,1333 (35 Cz1H210
Ukapuun 677,2440 Ca3Hu1015 40 313.0707 ((108) CiiHioz
313,0707 (100) | Ci7H130
Uxapurnn 369,1333 C21H2106 0| 943 0652((15)) CiZHﬁoj

U3 JaHHBIX tabn. 11 BHUJIHO, YTO IJII BCCX HCCICAYCMbIX KOMIIOHCHTOB

HAOMOaeTCsl  OMpenelI€HHOe CXOACTBO MyTed (parMeHTanmuu B  sUeilke
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coymapenuii (puc. 10a, 14, 15). PaccuntaHHble Ha OCHOBAaHWHM TOYHOH MAacCChI
OpyTTO-QPOpMYIBI  HMOHOB-TIPOJYKTOB COOTBETCTBYIOT  MPEIojaraeMbIM
CTpYKTypaM (parMEHTHBIX HOHOB, IMPEACTAaBICHHBIX Hamu panee (pas3z. 3.1.1).
Wonbl-ipoayktel ¢ M/z2 531,1861 wu 369,1333 oOpa3yroTcss B pe3ysbrare
MIOCIIEIOBATEIPHON MOTEPH YTIIEBOJHBIX OCTATKOB. MOXKHO MPEAINONIOKHUTH, UTO
NeperpynmupoBKa N30TICHTEHOBOW TPYIIHI B MOJIOKCHUH 8 B A-KOJIBIIE TIPUBOIUT
K oOpazoBaHuio ¢parmeHTHoro mona ¢ m/z 313,0707 (radm. Al). Kpome Toro,
paspbIB CBSI3U YIICPOA METUIBHOW TPYIIBI — KUCIOPOJ B TOJIOKCHUH 4 U
neperpynnupoBka B-kombua ¢ otpsiBoM CO mpuBOAMT K 0Opa30BAHMIO MOHA C
m/z 243,0652 (pa3n. 3.1.1).
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Puc. 14. MC/MC-cniekTpbl TMKOB, COOTBETCTBYIOIINX dMUMEIUHY A (a) u sntumeanny B (0),
B PEXKUME PETUCTPAIIUHU TTOJIOKHUTEIBHO 3apsDKCHHBIX MOHOB MU dHEpruu (pparmeHTaruu - 30 B.
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Puc. 15. MC/MC-criekTpbl MIMKOB, COOTBETCTBYIOIINUM UKapuzuny I (a), uxkapusuny I (6) u
UKapUTHHY (B), B PEXKUME PETUCTPALIUH ITOJIOKUTEIHHO 3apsKEHHBIX HOHOB TPH SHEPTUH
¢parmenrtanu — 40 B, 40 B u 50 B, cooTBeTcTBEHHO.
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Buvibop ycnoeuui xpomamoepaguueckoeo onpedenenus. TangemHoe MC
JETEKTUPOBAHUE TIO3BOJISIET OOOWTHUCHL 0€3 TOJHOTO XpoMaTorpaduuecKoro
paszieneHus BCEX MCCIEIYyEeMbIX KOMIIOHEHTOB, OJHAKO HMCIOJIb30BaHUE TaKOI'0
OPUBOJUT K  TOBBIIICHUIO  JOCTOBEPHOCTH  OOHApY>KEHUS  AHAJIHUTOB.
XpomaTtorpapuyeckoe pas/iesieHue OCYUIECTBISUIM B pexuMe oOpalieHHO-
($a30BOro TrpaJueHTHOTO SJIOUPOBaHUSA. B KauecTBe AJIIOEHTOB ObUIM BHIOpAHBI
0,1%-ubIit pacTBOp MypaBbHUHOW KHUCIOTHI B CMECH allETOHMTPWI/BOJA B
cootHomenuu S : 95 (00.) (amoeHt A) u 0,1% pacTBop MypaBbHUHOU KHUCJIOTHI B
aneronutpwie  (3moeHt B).  Hcnonp3oBanme momBmkHbIX  paz ¢ pH,
COOTBETCTBYIOIIUM  CIIA0OKUCIOMY  pacTBOpPY,  TO3BOJWJIO  IOBBICUTH
YyBCTBUTEIBHOCTh  MAacC-CIIEKTPOMETPUYECKOTO  JETEKTUPOBAaHUS 32  CUET
YBEJIIMYCHUS JIOJH 3apsHKEHHON (DOPMBI OIpeesieMbIX BEIIECTB B JEKTPOCIIPEE.
B kauectBe HemoaBWKHOM (a3bl, HCIOJIB3YEeMOH sl XpomaTorpaduyeckoro
pasaeneHus, NPUMEHsUIM COPOEHT Ha OCHOBE CHJIMKAressl, MOAU(PUIUPOBAHHBIN
rpymmamu C18 (Hypersil Gold aQ) ¢ nonsipabiME (HyHKIIMOHAILHBIMH TPYIIIIAMH,
00eCreurBaOIIMMU  JIOTIOJIHUTEIbHBIA ~ MEXaHHU3M  B3aUMOJAEUCTBUSA IS
paszzeneHus MOJSIPHBIX coenuHeHui. [IpuMensn 4eTbipe KOJIOHKH, 3aI0THEHHBIE
JTaHHBIM copOeHToM, pasmepamu 150%x2,1 Mmm (mmameTpom 3epHa copOeHTa
1,9 Mxm u 3 mxm), 100%2,1 mm (1,9 u 3 mxMm). Takke Ha JaHHOM dTamne pabOTHI
napajuleTbHO  BapbUPOBAIM MPOTpaMMy TPAIUEHTHOTO OJIIOMPOBAaHUS IS
JOCTUKEHUS] ~ MaKCHUMaJIbHbIX  YYyBCTBUTENBHOCTH,  3(Q(EKTHUBHOCTH U
ontUMalibHOTO KO3 duumnenta emxkoctu (ot 1 nmo 5). Ilpuemnembix BpemEH
yICPKUBAHHsI OIMpENeIsIeMbIX BEIIECTB W WX TMOJHOTO pa3fielieHusl yaajioch
JOCTUTHYTh TPU UCIOJb30BaHUU KOJOHKH 150%2,1 MM ¢ namameTpoMm 3epHa
copbeHTa 3 MKM U TIPOTpaMMOM TpalueHTHOTO IIOUPOBAHUS, TIPEICTABICHHON HA
puc. 16. Ilpu stom, yem OoJblle B CTPYKTYpE COEIMHEHUIN TJIMKO3HUIHBIX

OCTAaTKOB, TCM MCHBIIIC Y HUX BPCMs BbIXO/IA.
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Puc. 16. IIporpamma rpalueHTHOTO ITFOUPOBAHUS.
Ha pwuc. 17 mnpencraBieHbl XpOMaTOrpaMMbl CTaHJAPTHOTO pacTBOpa,
conepikariero 6 gaBonon1oB (puc. 17a), ¥ pacTUTEIIBHOTO 3KCTpakTa (puc. 170).
[TapameTpsl XxpomaTorpauyeckoro pasJesieHUus aHAJIUTOB IPUBEJICHBI B
Tabn. 12 (mpu pacu€rax HCHOIB30BAIHM BEIMYMHY MEPTBOTO BPEMEHH, PABHOTO
0,7 mun).

Tabmuma 12 —IlapameTpsl  XpomarorpaMueckoro pasfeieHus HKapuHWHA, WKapUTHHA,
snumennHoB A, B u mkapmsumoB I, I Ha xomonke Hypersil Gold aQ (150 x 2,1 mm, pa3mep
3epHa copOeHTa 3 MKM) ITpH CKOpocTu noToka 0,6 Mi/MuH

BemectBo Bpemst ynepakn- Pazpemenne nukos Kooaguert
BaHWA, MUH CEJIEKTUBHOCTHU
Onumenud A 3,67 1,6 1,1
Onumenud B 3,93 2,1 1,1
Nxapunna 4,41 10,9 1,4
Uxapusup [ 5,87 45 1,1
Wkapusup 11 6,01 6,2 1,2
Hkaputun 6,99 - -




74

Hraputin
100— 6.99

Heapmzpg 11
6.04

—1
o
EEEEEEEERE FEEE

h
=]

[ 1111
=
L
=
1=}
-

HHTEeHCHBHOCTE, OTH. £10.
= LA
= =

[¥5]
=

b
o
pcrr v b b

Hraprn
Smmenis B 4.41

3.93 /
SHH?EGHHH A \

—
=

Bpems, MHH

=]
L]

P
e b r b b T b ber o fraaa d

-]
=]

(53}
[}

6.03

HHTeHCHBHOCTB, OTH. €.
Lh
[

L)
L]

Lad
o
Tl

[
=]

.....
o
Ln
o
-

Bpemsa, MHH
Puc. 17. Xpomarorpammsl B peskMe CKaHUPOBAHHUS 110 BBIOPAaHHBIM HOHHBIM IIEpEXo/iaM: a —
CTaHJAPTHOTO pacTBopa, coaepxaiero 0,1 MKr/MI1 HKapuuHA, UKapUTHHA, STTUMEIMHOB A, B 1
nkapu3uoB |, II; 6 - 3TaHOMBEHOTO AKCTpaKTa U3 HACTOWKH HAa OCHOBE KOPEHCKOU TOPSTHKU
(Epimedium koreanum).
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Anpobayus ma peanvHvix oOvekmax. Jlisa ampobamum pazpabOTaHHOTO
ciocoba ompezeneHus: (IaBOHOMAOB ObUIM MPOAaHATM3UPOBAHBl 3 Tpernapara Ha
OCHOBE TOPSIHKH.

1. DkCcTpakT TOpSHKH KOpOTKOHOKKOBOHM (Epimedium brevicornum) —
nopoiiok ropunvnoro nsera ([Ipukinagnas 6uorexnomorus, Poccus).

2. 'panyapoBaHHBIA Yail ¢ SKCTPAKTOM TopsHKH Kopeiickoi (Epimedium
koreanum) — mpezcraBisier cOO0H M3MENBbYCHHBIC CYXHE JIUCThS, pacacoBaHHbIC
B (punbTp-naketsl (I'ocynapctBennas Kopnopauust 3apaBooxpanenus: «MaHHERY,
Cesepnas Kopes).

3. Hactolika W3 TOpSHKHA KOPEWCKOHW, MPEACTaBIAOMAs COOOW BSZKYIO
KHUIKOCTh  TEMKo-kopuyHeBoro  mnBera  ([ocymapctBennas — Kopmoparius
3npaBooxpanenus «Manuén», CeBepHas Kopes).

OkcTpakiuio mpoBoauian 70%-HeIM pacTBOPOM 3TaHONA B BOJAE (COTIACHO
pas3z. 2.7.2). B kadectBe mpumepa, Ha puc. 170 mpuBeIeHa XpoMaTrorpaMMa B
peKMME CKaHUPOBAHHWS 10 BBIOPAHHBIM HMOHHBIM TEPEX0JilaM ATaHOJBLHOTO
DKCTPAKTa W3 HACTOMKM Ha OCHOBE Kopelckod ropsHku. CoaepxaHue
(GbIaBOHOMIOB B HCCIEAOBAaHHBIX oOOpasmax mpuBeaeHo B Tabm. 13. Pacuér
COJICp)KaHU  aHAJIMTOB TMPOBOJUIU COTJIACHO TMOCTPOEHHBIM YPaBHEHUSIM
rpajiyMpoOBOYHON 3aBHcUMOCTH (Tabm. 14) ¢ UCMONB30BaHHWEM PACTBOPOB,
MIPUTOTOBJICHHBIX COTJIACHO pas3f. 2.6.6.

[IpemyioxkeHHbli HaMu CcrocoO  ompeneiaeHus: (JIaBOHOUIIOB TOPSHKH
MetogoM BOXKX-MC/MC oTnnyaercst Xopouied CeIeKTUBHOCTHIO MO OTHOIICHUIO
K OCHOBHBIM KOMITOHCHTaM TOPSIHKW, W HU3KUMH TpeaeiaMu OOHapyKCHHUS TIO0
CPaBHEHHMIO C WCIOJb3yeMbIMU paHee Metomamu [37, 38]. B pesymbrare
NPOBEAEHHBIX MCCIIEOBAHUA yIajJoCh COKPAaTUTh BPEMSI XpOoMaTorpaduuecKkoro
ananusza ¢ 40 [56] g0 15 mun. [JaHHbIH c1OcOO 00J1agaeT MIMPOKUM THAITa30HOM
JUHEHHOCTH  TPAAyUPOBOYHOTO Tpaduka ¢  MOXKET MNPUMEHATHCS IS
KOJIMYECTBEHHOTO aHaJM3a KaK PaCTUTEIBHBIX KCTPAKTOB, TaK U (PUTOTPOIYKTOB
U JICKAPCTBEHHBIX CPEJICTB HAa OCHOBE TOPSHKH, & TAKXKE JIJIT KOHTPOJII KauyecTBa

KOMMCPUYCCKHX ITPOAYKTOB.
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Tabmuua 13 — Copepkanusi (praBOHOMIOB, ONpEACIEHHbIE B PEKUME CKAaHHUPOBAHUSA I10
BBIOpAaHHBIM HMOHHBIM TiepexojaMm, B oOpasmax skcTpakta Epimedium brevicornum, was ¢
skctpakToMm Epimedium koreanum u Hacroiiku n3 Epimedium koreanum (N=3, P=0,95)

No

Coneprxanue, MI/T

/11 Obpasen OnuMenuH | DnMUMeauH
A B Hxapuun Ukapuzua I | Uxapusun II | Ukaputun
DKCTPaKT
1 | Epimedium 28+2 40+4 153£10 2,6+0,3 3143 1,0+0,1
brevicornum
Yaii (12,120,6) | (16,6+0,2) |(7,0+£0,6) | (1,2+0,1) (2,3+0,2) | (6,2+0,2)
2 | Epimedium ) ) . ) ) .
koreanum ><1()_ ><1()_ ><10_ ><10_ ><10_ XIO_
Hacroiia (1,1+0,1) (6,8+0,8) (11,8+0,8)
2 :l: b 2 :l: b 2 :l: b
3 . 2,7+0,2 3,6£0.5 | 10,1:0,2
Epimedium x10™ x10 x107
koreanum

Tabmuua 14 — MeTposnorudeckue XapakTepUCTUKH pa3paOOTaHHONW METOAMKH ONpeIeTCHHS

(baaBoHOMT0B TOpssHKU MeTo1o0M BOXKX-MC

[Ipenen
Jnamazon
. YpaBHeHHE oOHapyKeHus
JIMHCUHOCTHU o
BemectBo rpayupOBOYHOM S % B BOJIHOM
rpagyupoOBOYHOIQ
3aBUCUMOCTH pacTtBope,
rpaduka, MKT/mi
MKT/MJT
SnuMenus A 0,001-25 y=2.2x10"x+2,7x10° 9 0,0005
Srumenns B 0,001-25 y=2,1x10"x+3,0x10° 8 0,0005
VikapuuH 0,002-25 y=4,4x10"x+9,2x10° 10 0,0007
Vikapusnz | 0,001-10 y=5,1x10"x+1,9x10’ 11 0,0005
Vkapusuz 11 0,001-10 y=6,3x10"x+4,7x10’ 12 0,0005
VikaputuH 0,003-25 y=1,0x10°x+2,0x10’ 10 0,0009

Ha ocHOBaHMM TOJy4E€HHBIX PE3YJbTATOB pa3paboTaHa, aTTECTOBaHA U

BHCCCHA B PCCCTP aTTCCTOBAHHBIX MCTOIUK H3MCPCHHA (Dez[epanLHoro arc¢HTCTBA

0 TEXHUYECKOMY PETyJIMpPOBAHUIO U MeTpoJjiorun «PoccTaHmapT» MeTOAMKa

U3MEPEeHUI COJEep)KaHMsl WKApUWHA, HUKapuThHa, wukapusuna [, ukapusuna ll,

SNUMENHA A,

BHI/IMGI[I/IHEIB u JSIIuMEAHHa C B OHOJIOTMYECKH AaKTHBHBIX
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no0aBKax METOJIOM BBICOKOA((HEKTUBHON IKMJIKOCTHOW XpomaTtorpadpuu ¢
MPUMEHEHUEM TaHJEMHON Macc-criekTpomerpun 1mmoa Ne6.00163/2-28-2016 ot
28.03.16 (Ilpunoxenue b), 4To MOATBEPKIACTCS CBUACTEIHCTBOM 00 aTTECTaIlUH,
npuBeAEHHOM Ha puc. Al Ilpunoxenus. [lpemnoxeHHslid cnocod omnpeneeHus
dbnaBoHouioB ropstHku  ucnodb3yercas B DOI'YIL  «HI «Curnan», d4ro

MOATBEPKIACTCS aKTOM BHEJPEHHUs, MPUBEAEHHBIM Ha puc. A2 [IpuioxeHus.

3.2 Pa3zpa6oTka cioco0a rpynnoBoro ooHapy:keHusi (pj1aBOHOUI0B

TOPSTHKHU

Wnentuduxaiysi OCHOBHBIX KOMIIOHEHTOB TOPSHKM M TOWCK HMX HOBBIX
IPOM3BOJHBIX B PACTUTEIHHOM CHIPhE SIBISIOTCA BAXXHBIMH 3aJadyaMu. MHOTHE
METOJbl MACHTU(UKALMA U YCTAHOBJICHUS CTPYKTYPbl COCAMHEHUH B CIOMKHBIX
MHOTOKOMITOHEHTHBIX MaTPHIIaX OCHOBBIBAIOTCSA HA WHAMBUAYAIBHOM BBIJCICHUU
KOMIIOHCHTa M aHaiu3e ero ¢ mnomolnbo SIMP-cnektpomerpun [189-201],
NO3BOJIAIOIIEH YCTAaHOBUTH CTPYKTYpPYy aHaJIMTOB 1O coBokynHoctu 1H wu
13C-cnektpoB. Takoi npouecc B oTiimune ot meroaa BOXX B couetannu ¢ macce-
CHEKTPOMETPUEN BBICOKOTO pa3pelieHus TPYJ0EMOK U JJIUTENIEH, TaKk KaK TpeOyeT
NPEIBAPUTEIHLHOTO TPENApaTUBHOTO Pa3JeIeHUs KOMIIOHEHTOB MO (pakiusM u
KOHIIEHTPUPOBAHUSI UCCIEAYEMbIX COCIWHEHUH NpU MajloM HMX COJAEpKaHUU B
HKCTPAKTE.

Jns unentudukanuu (HIaBOHOMAOB TOPSHKH B MaTpPUIE PACTHTEIHLHOTO
HKCTpAKTa METOJOM TaHAEMHON Macc-CIeKTPOMETPUU BBICOKOTO pa3pellieHus
HEOOXOMMO JIeTAIbHOE U3yYeHUEe (pparMeHTaluy JaHHBIX COSAMHEHMI, a TaKKe
ONpe/eNieHNe  XapaKTePUCTHUHBIX  (ParMEHTHBIX  HMOHOB,  TO3BOJIIOIINX
NOJTBEPXKIATh  NPUHAUIEKHOCTh  HEU3BECTHBIX  COCIMHEHUM K  Kjaccy
(GTaBOHOMIOB TOPSIHKM TPH OTCYTCTBUU TIOJHOTO KOMIUIEKTa CTaHAapTHBIX
oOpa3ioB. J[aHHBII MeTOJ MO3BOJSET MOJIydyaTh 3HAUEHHUS MAcC aHAIU3UPYEMBIX
BEIIECTB C TOYHOCTBIO IO 5 M.I., YTO JejaeT OOHapy>KEHHE IIeJIEBBIX aHAJIUTOB

0onee cenextuBHbIM [202].
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CoBpeMEHHBIII TaHJIEMHBIA MacC-CIEKTPOMETP MO3BOJSET HCCIEA0BATh
CTPYKTYpHBIE OCOOCHHOCTH Ha OCHOBAHHMHM MAacCC-CIIEKTPOB, MOJIYYaeMbIX 3a CUET
pa3IMyHBIX TUMOB  (¢parMeHTanuu, 0O0e3 MNpeABAPUTEILHOIO  BbIICICHUSA
WHIUBUTYAIbHBIX COeTMHEHUN. OTHUM W3 HCIOJIB3YEMBIX THUIIOB (pparMeHTaIlUN
seisercss CID («collision induced dissociationy - «aucconuanus, HHIYIHPyeMast
COyJapeHHsIMU») B HMOHHOM JIOBYIIKE MpH 33JaHHOM BapbUpPyeMOW SHEPIruu
CTOJIKHOBEHM.

Ha navambHOM dTame pabotsl (pasza. 3.1.1-3.1.2) moiydeHbl Macc-CIeKTPhI
BBICOKOT'O Pa3pellieHUs] JJIsi MMEIOIMMUXCS B HAJIWYUU CTAHAAPTOB: HKapUHUHA,
ukaputuHa, wukapu3ugos |, II, snumenunoB A, B. B pexume perucrtpauuu
OTPHUIIATEIBHO 3apSKEHHBIX HOHOB 00pa3yloTCs JEMPOTOHUPOBAHHBIE MOJIEKYJIbI
aqayKTa WKapuuHa, ukapusuia I, snumennHoB A, B ¢ MypaBbMHOW KHCJIOTOU
(koMmoneHToM moaBMXKHON ¢asel) [M+HCOOH-H] u aenporoHMpoBaHHBIC
moJiekyasl [M—H] ukaputuna u wkapusuga Il. Macc-criekTpsl epBoro mopsijaka
MMEIOIIUXCSl CTAaHJIAPTOB B YCIOBUSIX PETUCTPALUU MOJOKUTEIBHO 3apsiKEHHBIX
HOHOB cojlepskaT wMHTeHcuBHBIH uoH [M-+H]". CormacHo pesyiabTatam
MpPEABAPUTEIBLHBIX OJKCIEPUMEHTOB, B PEXKHUME PErUCTpaldyd TOJIOKUTEIBLHO
3apsHKEHHBIX MOHOB YYBCTBUTEIBHOCTH OMPENEIICHHs] COCIMHEHNUN BBIIIE, & Macc-
CIIEKTPbl —MHTEHCUBHEE, YEM B PEXKUME PETUCTPALMK OTPULATEIBHO 3aPSIKEHHBIX
noHoB. IlosTomMy B pnanbpHeliel padoTe HCMOJb30Badd TOJBKO TEPBBIA U3
YKa3aHHBIX PEXXUMOB.

Cnemyrommii stan 3akarodancs B noxyderun MC"-criextpos (rae n =2 - 4)
U BBIABJICHUHM  OCOOCHHOCTEH  (parMeHTalMM  WKApUHUHA, HUKAPUTHHA,
ukapu3uaoB |, I, smumennaoB A, B. YcioBust xpomatorpaguieckoro pasueneHus
U MAacC-CIIEKTPOMETPUYECKOTO JETEKTUPOBAHUSl TMpEACTaBiIeHbl B paszf. 2.7.2.
Hccnenoanusi MNPOBOAWIM C  TMOMONIBIO  JAUCCOIMALMM, HHAYHHPYEMOMU
coynapenuem. @parMeHTanus ¢ UCMOJIb30BAHUEM JJAHHOTO PEKMMa B HACTOSIIEE
BpeMs sABISEeTCS HaubOosee I[IMPOKO HCMOJIb3yeMOMl B TaHAEMHOW Macc-
cnekTpoMmerpun. MoHHast nuccounansi MpOTOHUPOBAHHBIX MOJIEKYJI MPOUCXOAUT

B JIMHCHMHOM MOHHOM JIOBYIIKEC 6.1]3.1“0,[[8.[)51 CTOJIKHOBCHHUIO C MOJICKYJIaMH
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uHepTHOro raza— remus [203]. Dtor Merox sBisercs SPQPEKTUBHBIM IS
¢parmeHTanu OOJBIIMHCTBA «MAaJBIX» MOJIEKYJ, B TOM 4YHCIe (IaBOHOHIOB
ropstHKU. [IpoBos MccneoBaHus MpU SHEPTUHU coyAapeHuit B nuamnazone 10-50 B
c marom 10 B, BeiOpanu suepruto 20 B, npu kotopoit HaOmomaeTcs MOsBICHUE
TIEPBBIX WOH-TIPOJYKTOB. [Tpoucxoaut OTIIETUICHNE YTIICBOTHBIX
3amectutenei (Taba. 15): pamMHO3HOTO — y HMKapuuHa (¢ 00pa30oBaHHEM HMOHA C
m/z 531,1861) wn wukapusmma Il (m/z 369,1333), rimroko3Horo — y wukapusuaa |
(m/z 369,1333) u snumeauna A (M/z 677,2440), kcuao3HOrO — y snuMeauHa B
(m/z 677,2440). [Tpu TambHEHTIICH dbparMeHTaIH HaOIroAaeTCs
MOCIIEZIOBATEIbHOE OTIICIUICHUE YTJIEBOJHBIX 3aMECTHTENEH, MpU 3TOM CHavana
IPOUCXOAUT MOTEPS YIIAEBOIHBIX Py B nojoxeHuu C3, 3areM B nosoxxenun C7
c oOpa3oBaHmeM WOH-TIpoaykTa ¢ M/z369,1333, a mneperpynmupoBka
U30IEHTEHOBOM Ipynibl B 0J0keHUU C8 MPUBOAUT K MOSBICHUIO HOH-TIPOAYKTA
¢ m/z313,0707. Taxkum o6pasom, m/z369,1333 u 313,0707 sBasIOTCS
XapaKTepUCTUUHBIMH MaccaMH TpH OOHapy>KEHWU HEU3BECTHHIX (DITAaBOHOUIOB
TOPSIHKY U UX OTHECEHHMH K JAaHHOMY KJIacCy CO€IUHEHHH, TaK KaK COOTBETCTBYIOT
¢dbparmeHTam, OOIIMM JJIs ISHCTBYIOIIKUX COCIMHEHUI pacTenuid poaa Epimedium.
Ha ocHOBaHuM mpenmnoyiaraéMblX CTPYKTYP XapaKT€PUCTHUUYHBIX (hparMeHTHBIX
HMOHOB, TIPEICTABJICHHBIX HaMU paHee ¢ momoribio mporpamm HighChem Mass
Frontier 1 HyperChem (tabn. Al), Ha puc. 18 n3o0pakeHa MpenrnonoKUuTeIbHAs

cxema (parmMeHTanuu (HhIaBOHOMIOB FOPSHKHU.



Tabmuma 15— Xapakrepuctuunble (parMeHTHbIE HWOHBI (hJIAaBOHOHJIOB

HHAYLUHUPYEMOM COyAapeHUEM

TOpPJAHKHU B MCn'CHeKTan, MMOJYYCHHBIX B YCIOBHAX AWCCOLOMALIUU,

CoeauHenne MC MC? MC? McC*
677,2440 (100) [677,2440]: [677,2440—531,1861]:
R 531,1861 (100), 369,1333 (100), ]
677,2440 (30), 313,0707 (10)
369,1333 (10)
= 369,1333 (100), [369,1333]:
> VIkapuTHH 313,0707 (5) 313,0707 (100), - -
: 369,1333 (55)
= 531,1861 (100) [531,1861]:
I Vkapusuz | 369,1333 (100) - -
o 313,0707 (10)
= 515,1912 (100), [515,1912]:
= Vikapusuz |1 369,1333 (40) 369,1333 (100) - -
g 313,0707 (10)
3 839,2968 (100) [839,2968]: [839,2968—677,2440]: [839,2968—677,2440—531,1861]:
2 677,2440 (100), 531,1861 (100), 369,1333 (100)
4 DnumenuH A 531,1861 (70), 677,2440 (30), 313,0707 (10)
T 839,2968 (20) 369,1333 (10),
s 839,2968 (3)
- 809,2863 (100) [809,2863]: [809,2863—677,2440]: [809,2863—677,2440—531,1861]:
677,2440 (100), 531,1861 (100), 369,1333 (100)
Smumennn B 531,1861 (50), 677,2440 (30), 313,0707 (10)
809,2863 (40) 369,1333 (10),
809,2863 (5)

08
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OH, O
m/z 369,1333

OH, O
m/z 313,0707

Puc. 18. IlpeanonoxutenbHas cxema pparmenTanuu (GIaBOHOUAOB TOPSHKH, T IS
WKapUHHA: R!- TJIFOKO3UI, R?- pPaMHO3UII, RS- BOJIOPOJ; IJIsI UKApUTHUHA: Rl, RZ, RS-
BOJIOpOJ; AJisi MKapuzuza I R!- TJIIOKO3UII, RZ, RS- BOZIOpOA; AJisi ukapuzuza ll: Rl, RS-
BOJIOPOI, R? - PaMHO3WJI; JUIsI STUMEINHA A Rl, R3- TJIFOKO3UII, R? - PaMHO3WIT; JTst
snuMenuHa B: R!- TJIIOKO3UII, R? - paMHO3HUII, R® — kcunosui.
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Tpernii 1ar 3akmodancs B co3ganuM  oubmmorekn MC"-criekTpos
WCCJICIOBAHHBIX COCAMHEHHUM, KOTOpas HeoOXoamma sl TOUCKAa T0JTOOHBIX
CIEKTPOB MPU OOHAPYKEHUU HEU3BECTHBIX ACHCTBYIONIMX KOMIIOHEHTOB PacTeHU
pona Epimedium.

[locnennum  3TamoM,  MO3BOJSIONIMM  YOPOCTUTH  OOHApyXeHUE
(b1aBOHOUIOB TOPSIHKH, SBJISIIOCH CO3/IaHue anropurMa Macc-
CIEKTPOMETPUYECKOTO  JETEKTUPOBAHUS C  HUCIOJB30BAaHUEM  3aBUCHMOTO
CKaHUPOBAHUS TPU PErucTpalid HeUTpanbHbIX ToTeph (132,0423, 146,0579 u
162,0528 Jla, yka3pIBalOmMX Ha OTMICIUICHWE KCHJIO3HOTO, PaMHO3HOTO W
TTFOKO3HOTO OCTAaTKOB COOTBETCTBEHHO). B TaHHOM MeTO/ie KaXK0€ MOCISAYIOIee
MC ckaHupoBaHME 3ayCKaeTCsl TOJIBKO JJII HOHOB-TIPOAYKTOB, MOJIYYSHHBIX MPHU
npenpiagymeM MC  CcKaHUpPOBaHMM €  TMPEIBAPUTEIBHO  YCTAaHOBICHHBIMHU
BEJTMYMHAMU HEUTPAIILHBIX MOTEPD.

O¢ddexTuBHOCTh Pa3zpabOTAaHHOTO METOJa MOATBEPAUIN YCTAHOBIECHUEM
CTPYKTYPBl HEU3BECTHOTO KOMITOHEHTa B DKCTPAKTE TOPSHKH KOPOTKOHOKKOBOM
(Epimedium brevicornum), koTopblii TOTOBHJIHM cOTJacHO pasi. 2.7.2. Bpems
BBIXOJla aHanmWTa cocTaBasuio 4,2 muH. (puc. 19A). B MC4-cneKTpe JTAaHHOTO
COEIUHCHHMS IIPUCYTCTBOBAIN HOHBI ¢ M/Z 369,1333 u 313,0707, yka3siBaromue Ha
MPUHAICKHOCTh K (rmaBoHOMAaM ropsHku (puc. 19b). dparmeHTHBI HOH C
m/z 531,1861 B MC3-cneKTpe oTiiyaercsa ot moHa ¢ m/z 369,1333 B MC4-CHCKTp€
Ha 162,0528 /la, 4TO COOTBETCTBYET OTIICIUICHHIO TJIFOKO3HOTO OCTaTKa,
BEpOATHO, B mojoxkeHnn C7, Tak KaKk UMEHHO TIPH 3TOM YTJICPOJTHOM aTOME CBS3h
C YIVIEBOJHOM Tpynmnoil Ooisiee crabunbHa, yeM npu C3. HoH-poayKT c
m/z 677,2440 B MCZ-cneKTpe oTauyaercsa oT moHa ¢ m/z 531,1861 B MC3-cneKTpe
HA Maccy paMHO3HOro ocratka (146,0579 la), a MC?-CIeKTp HEHM3BECTHOTO
coenuHeHus 1ono0eH MC-CHeKTpy HKapuuHa, YTO YyKa3blBaeT HA PaMHO3HBIM
3aMECTHUTENIb B CTPYKType HCCIeayeMoro KommoHeHTa B mojoxkennu C3. Macc-
CIICKTp IIEPBOTO MOPSIAKA COMECPIKUT MHTCHCUBHBIN HOH ¢ M/z 823,3019, xoTOPHIH,

BEPOSTHO, COOTBETCTBYET MPOTOHMpOBaHHON Monekyne [M+H]', a Heiitpanshas
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notepss 146,0579 Jla B MC’-crieKTpe MOKa3biBAaeT HAIMYHE IBYX PAMHO3HBIX

rpynn B noioxernu C3.
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Puc. 19. XpomaTorpamMma 1o moJHOMY HOHHOMY TOKY 3TaHOJIbHOTO 3KCTPaKTa TOPSIHKH
KOpOoTKOHOkK0BOI (Epimedium brevicornum) (A) u MC"-ciekTpsl coeuHeH s €O
BpeMeHeM Bbixona 4,2 muH (B).

Takum oOpazom, mpezmnosiaraemMasi CTPYKTypa HEM3BECTHOTO COCIUHCHUS

COTJIACHO JUTEepaTypHBIM JTAHHBIM [96, 204], COOTBETCTBYET

smumeauny C (puc. 20).
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rha OH CH,

Puc. 20. CtpykrypHas ¢popmyna snumennna C (6pyrro-popmyna CzgHsoO19,
M=822,2946), rae glu- rimrokosui, rha — paMHO3HIL.

C 1enpro TOMOTHATEILHOTO MTOATBEPKICHHUS, YTO UCCIEAYEeMbId KOMIIOHCHT
apigercs anumeanHoM C, npeodpenu CO HaHHOTO COEAMHEHUS W U3YUYUIIU €ro
xpomarorpaduueckue mapameTrpel (Tabm. 16, puc.2l) wu dparmeHTanuio

(tabm. 17).

Tabmuua 16 — [Tapamerpsl xpomatorpaduueckoro pasaeneHuss CO snumennna C Ha KOJIOHKE
Hypersil GoldaQ (150 x 2,1 mm, pa3mep 3epHa copOeHTa 3 MKM) MpPH CKOPOCTH IIOTOKa
0,6 mu/mMuH (TIpu pacu€rax MCIOIb30BATN BEIMUYUHY MEPTBOTO BpeMeHH, paBHOTO 0,7 MUH)

Bpewms yaepxu- Koappuument
Bemectso P yAcp Pasperenue nukon
BaHni, MUH CEJIEKTUBHOCTHU
Onumennd C 4,19 1,7 1,1

Tabmuna 17 — Xapakrtepuctuunble (parMeHTHele HOHBI »nuMmenuHa C B MCn-cnekrpax,
MIOJIyYEHHBIX B YCIOBMSX JUCCOLMALIMU, MHIYLIUPYEMOH COyIapeHUEM

Coenqunenue MC MC? MC? MC*

[823,3019—677,2440]:

S| [823,3019]: [809,2863—677,2440—
S Smume- | 823,3019 | 677,2440 (100), 563717’12846410((1300(;)’ 531,1861]:

5 e | o 58%%%% ((3?) 369,1333 (12), 336193;10373037((11020))

= : 823,3019 (6) ’

[MOH-TIpeaIIecCTBEHHUK]:
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Bpemsa, MHH
Puc. 21. Xpomarorpammsbl B pekUMe CKaHUPOBAHMSI 110 BEIOPAHHBIM MOHHBIM MEPEX0AaM
pactBopa, cogepskariero 0,1 MKr/Mia HKapurHa, HKApUTHHA, SuMenHOB A, B, C u
ukapuzuaos I, 1.

[Tomy4yeHHble pe3ynbTaThl MOJATBEPKIAAOT MPEIANOIOKEHHE O TOM, YTO
HEU3BECTHOE COEAUHEHUE — AMUMEIUH C B DKCTPAKTE TOPSTHKU KOPOTKOHOKKOBOU
(Epimedium brevicornum).

Takum oOpa3oMm, ¢ HCHOJb30BAHUEM METOJA TaHAEMHOM  Macc-
CIIEKTPOMETPUU TIPU HOHHU3AIMH DJICKTPOPACIIBUICHHEM H3y4ueHa (parMeHTaIHsI
MOJIOKUTENIBHO  3apSPKEHHBIX HOHOB OCHOBHBIX (DJIABOHOMIOB TOPSIHKH —
WKapuuHa, uWKapuTuHa, ukapusumos |, [I, »snumenuHoB A, B, omnpeneneHsl
XapaKTepUCTHYHBIC  (PparMeHTHBIC  HMOHBI,  ITO3BOJIIONIME  ITOJATBEPXKIATh
MPUHAJICKHOCTh HEU3BECTHBIX COCAMHEHUW K JIEMCTBYIOIIMM KOMIIOHEHTaM

pactenuii poga Epimedium.



86

3.3 Pa3zpa6oTka cnocoda 3xcTpakuuu GpjaaBoOHOMI0B U3 TOPSHKH

OueBHIHO, YTO KauecTBO (hapMaKOJIOTHYECKUX MPEnapaToB, CO3aBAEMbBIX
Ha OCHOBE PACTUTEIBHOIO ChIPbS, 3aBUCHUT OT TEXHOJIOTMH u3BieueHus: bAB u3
JICKApPCTBEHHBIX PACTCHUN. OKCTpPAKIUsSl SBISETCS BaXKHBIM 3TaoM JIFOOOTO
UCCIICIOBAHUS JIEKAPCTBEHHBIX PACTEHHUM, W WIPAeT pPEIIAILIYI0 pojb B
MOJIYYCHUM KOHEYHBIX pe3ynbTaToB. B paszn. 1.2 mpuBenena undopmanus 1o
crocobam sKcTpakiuu (prraBoHOUAOB TOpstHKKA. OpHAKO, B OOJBITMHCTBE CBOEM,
BCE OHU CBOJATCS K BBIJCICHUIO OCHOBHBIX KOMIIOHEHTOB TPAJAUIIMOHHBIMU
OpPraHUYECKUMU PACTBOPUTEISIMA B PA3JIMUHBIX YCJIOBUSAX UM HUMEIOT Al
HEJIOCTATKOB, OCHOBHBIM W3 KOTOPBIX SBJISETCA HEOOXOAUMOCTh YAaJCHUs
pacTBopuUTENA W3 KCTpakTa. B HacTosiiee Bpemsi TEXHOJIOTUSI SKCTPArupOBaHUS
JIEKQPCTBEHHOT'O PACTUTENILHOTO CHIPhSi CBEPXKPUTHUYECKUMHU Ta3aMH SIBJISIETCS
NEPCHEKTUBHBIM METOJIOM TofydyeHust d3KcTpakToB bBAB. [lanubiii crnoco6
MO3BOJIAET PAlMOHAIIBHO UCIIOJIb30BaTh PACTUTEIBHOE CHIPhE U IHEPTOPECYPCHI, a
OKCTPAKTHI, MOJYUYCHHBIE C MPUMEHEHUEM JTHUX METOJOB, AT BO3MOXXHOCTH
pacMpuTh HOMEHKJIATypy HOBBIX (uronpenapatoB [177]. B cBsa3u ¢ atum
CTAHOBUTCS AKTyaJbHOW 3aJaya MCCIIEIOBaHUs BO3MOKHOCTH mpuMeHeHus CK-
CO, nns BoimeneHus: (PIaBOHOUAOB U3 TOPSIHKU, a TaKKE CPAaBHUTEIbHAs OLEHKA
KOJIMYECTBEHHOTO  COAEPKaHUS AKTUBHBIX KOMIIOHEHTOB B  JKCTpakKTax,
MOJTYYEHHBIX W3BJICYEHUEM CBEPXKPUTUUECKUM JUOKCUIIOM YIJIEPOJa U METOJAOM
KUIKOCTHOM SKCTPAKITUU. IKCIIEPUMEHT OCYIIECTBIISIIN COTIACHO pas. 2.7.3.

OCHOBHBIMM TIapaMeTpaMH, BIUAIONIUMU Ha A(PPEKTUBHOCTH IKCTPAKIIUH,
SBJISIIOTCS. €€ TIPOJIOJKUTEIBLHOCTD, JaBJICHUE W TeMIeparypa. BiusHue gaHHBIX

[mapamMCcTpoOB Ha O6IH€€ KOJINYCCTBO M3BJICKACMBIX (1)HaBOHOI/II[0B ITIOKa3aHO Ha

puc. 22-24.
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Maccopag qonsa
M3BIIEKAaEMBIX KOMIIOHEHTOB, %0

s
=

20

JlarneHue, M]'[a 45 Temmneparypa,’C

10740

Puc. 22. 3D-rpaduk 3aBUCHMOCTH CyMMapHON MacCOBO# JT0JIM U3BJIEKAEMBIX
¢draBoHou10B (%) OT HaBIEHUS U TEMIIEPaTyphl IPU BpeMeHH dKcTpakuuu 30 MUH.

3aBUCUMOCTh Ha pHC. 22 TOKa3bIBa€T, YTO C YBEIUYCHUEM JIaBJICHUS
HA0JII0JaeTCsl TOBBIIIEHUE CYMMapHOIO BbIX0/a (hJIaBOHOUAOB C JIOCTHKEHUEM
€ro MakCUMaJIbHOTO 3HaueHus npu BenuuuHe 30 MIla Ha ypoBHe 2,6% OT Macchbl
AKCTParupyemMoro CBIPBSL. O} dexTuBHOCTH IKCTPAKITUH JOCTUTAET
MakcuMajbHOro 3HaueHus npu temmnepatype 50 °C. CHuKeHue WM MOBBIIICHHUE
TeMIIepaTypbl NPUBOJUT K YMEHBIIEHUIO BBIX0/IA LIEEBBIX KOMIIOHEHTOB.

[Ipoananu3upoBaB maHHbIe pHC. 23, OelaeM BBIBOJ, UYTO B KadecTBE
ONTHMAJILHOTO BPEMEHHU OJKCTPAaKIMU MOXHO npuHATh 30 muH. JlanpHeimiee
YBEJIMYECHHE TMPOJOKUTENIbHOCTH MpoLecca MNPUBOJIUT K JAOMOIHUTEIbHBIM
HPKOHOMHUYECKMM  3arpaTam (B TOM  4YHClle, Ha CO-pacTBOPUTENIb U

ceepxkputuueckuii CO,).
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Puc. 23. Brixon 1ieaeBbpIX KOMIIOHEHTOB IIpHu pa3jiIMdYHOM BPCMCHU SKCTPAKIUU.

s ouenku 3pdextuBnoctn Merona CK-CO, 6bu10 MpoBEACHO CpaBHEHUE
€ro ¢ TPAAULIHUOHHBIM METOJIOM KUJIKOCTHOU 3KCTpakiuu S0%-HbIM 3TaHOJIOM MO
JEHUCTBHUEM YJIBTPA3BYKa.

Ha pwuc.24 mnpeacraBieHa auarpamMma, TIIOKa3bIBalOIMIas KOJUYECTBO
U3BJIEKAEMbIX OMOJIOTUYECKN aKTUBHBIX COCIUHEHHUH MPU UCIIOJIb30BAaHUM JAHHBIX

MCTOAOB 3KCTPAKINH.
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Puc. 24. Beixo u3BI€KaeMbIX KOMIIOHEHTOB MIPU UCIIOJIb30BAaHUH Pa3IMYHbIX METOI0B
SKCTPAKIIUH.

U3 NpCACTABJICHHBIX OAaHHBIX BH/JHO, 4YTO CYMMApHOC KOJIMYCCTBO

n3BjIeKkaeMbIX KoMnoHeHToB MeTosioM CK-CO, B 2,5 pa3a Bblllie, 4eM ¢ TOMOIIIbIO



89

JKUJIKOCTHOW 3KCTPAKIHMM 3TAHOJIOM IOJ AEHUCTBUEM YJbTPa3ByKa. BapsupoBanue
MapaMeTPOB SKCTPAKLIMHU IMO3BOJIAET PETYJIHMPOBATH BBIXOJ LEJIEBBIX BEIIECTB.
YCTaHOBIEHO, YTO MAKCHMAalbHBI BBIXOJ JCHCTBYIOIIMX KOMIIOHEHTOB
nocturaetrcsa npu temmnepatype S0 °C, nasnenuun 30 Mlla u npogoKUTEIBHOCTH

30 MuH.
3.4 Pa3pa6oTka cnmocoda onpenenaeHuss (pj1aBoOHONIOB rOPSIHKH B MOYe

B mocnennue rompl nmus uaeHTU(UKAIMU W ompeaesieHus (PIIaBOHOUIOB
ropssHKM Bce dyamle wucnonb3dyioT BOIXX/MC, rae mnoaroroBka mpod
OMoJIorM4ecKuXx oOpasIloB BKIIIOYAET B c€Osl OCaXKIECHUE OEIKOB U 00ECCOIMBAHUE
OpPraHUYECKUM PACTBOPUTENIEM WJIH JKUJIKOCTHO-KUIKOCTHYIO SKCTPaKIIUIO
stunaneratoM (pasa. 1.5).

B nanHo# paboTe ucciie0Baiu pa3indHbIe CIOCOOBI SKCTPAKIIMY UKAPUUHA,
ukaputuHa, ukapuzunos I, |1, snumennnos A, B U3 Mouu u BIusiHUE MaTPUIIBl HA
CTENIEHb  WOHW3AllMd TpPU  ONPENCICHUU  JACHUCTBYIOIIMX  KOMIIOHEHTOB.
DKCTHEepUMEHT OCYIIECTBIISIIM COTTIACHO pasn. 2.7.4, a ycioBus, BBIOpAaHHBIE B
pasn. 3.1.2, npumeHsu I XpoMmaTorpaduyecKoro pas3fesieHusT W Macc-
CIIEKTPOMETPUUECKOTO JETEKTUPOBAHUSI.

B kauecTBe MOJeIbHON OHOMKUIKOCTH KCIIONB30BAIM MOYy uenoBeka. s
oJIydeHus: 00pasia ¢ KOHIeHTpaluei 1eneBbix Bemiects 0,1 Mkr/mit B 5 M1 Moun
Boocmm 0,1 Mm  pacTBopa  WKapuWHA, UWKapuTHUHaA,  uKapus3uios I, 1,
amuMeMHOB A, B ¢ KoHIeHTparmeld 5 MKr/mil, TOJNy4eHHOTO B pe3yibTaTe
MOCJIEA0BATEILHOTO pa30aBICHUsT METWJIOBBIM CIIUPTOM HCXOJHOTO PacTBOpa €
koHeHTparueir 0,1 Mr/mi, TpUTOTOBIEHHOTO COTJIacHO pasa. 2.6.5. B kadecTse
OJJaHKOBOTO  OOpaslia HCIoJb30Bajach MoYa 03 BHECCHHS aKTHUBHBIX
KOMITOHEHTOB.

V4yuteIBass CBOHMCTBA aHAJIWTOB, METOJ aHaIW3a U OOBEKT HCCIEIOBAHUM
OBLJIO0 BRIOPAHO HECKOJIBKO HAMPABJICHUH pa3padOTKX MPOLEyp MOATOTOBKH MPoO.

1. Ananu3 cynepHaraHTa Iocie OOECCOJMBAHUS —AlIETOHUTPWIOM U

HEeHTpU(yrupoBaHusl.
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2. XKD. C nenpio BpIOOpa ONTUMAIBHOTO METOJA MCCIIEIOBAINA TPU TUIA
OKCTPAKIMH. IIEJIOYHYI0, HEUTpaIbHYl0 M KHCIYI0O C HCIOJb30BAHHEM
HKCTPArUpPYIOUIUX CUCTEM C PA3HBIMH HHIEKCAMH MOJIIPHOCTH W SIIOUPYIOIICH
cwioii [91], TakuxX Kak XJIOPUCTHIN METHIICH; alleTOHUTPIIT; CMECh TUITUIIOBOTO U
TPET-OyTUJIMETHUIIOBOTO 3(UPOB B cooTHOIIEHUH 9:1 (1Mo 00bEMY); cMeCh rekcaHa
C XJIOPUCTBIM METHJIIECHOM B cooTHomeHun 85:15 (mo o00béMy); cmech
U300y THIIOBBIN CIUPT: u3onponuiaoBsiid cnupt: sTrnanetat (40:30:30 mo 06bémy).

[TockonbKy wHcCcleyemMble BellecTBa METa0OJU3UPYIOT B OpraHU3MeE
BO3MOXKHO C 00pa3oBaHMEM TIIOKYpPOHOBBIX MPOU3BOJHBIX HEOOXOAWMO
IpPOBEJICHHUE OpOIEAYPbl  JETIIOKYPOHUPOBAHHUS C MCIIOJIb30BaHUEM
COOTBETCTBYIOLIUX (PEPMEHTOB.

[Ipu mpoBeneHnn (pepMEHTATUBHOIO TUAPOIN3a C OETa-TIOKYpOHUAA30M
0OHapyX€HO, 4TO eI J0 UHKYOMpOoBaHUs (DJIaBOHOUbI TOPSHKU THAPOIU3YIOTCH,
WKApUWH, Hampumep, Ao wukapusuaa ll u wukaputuna (puc.25), 4yto genaer
HEBO3MOXKHBIM HCIOJb30BaHUE JaHHOTO (epMeHTa IS Mpoliecca MOATOTOBKU
npo0 OMOJOTHYECKUX OOpa3IoB C IENbl0 OOHAPY)KEHUS HEMOCPEACTBEHHO
AKTUBHBIX KOMIIOHEHTOB, OJIHAKO MOXET OBITh HCIIONB30BAH MJI TPYMIOBOTO
ornpeneneHus (aBOHOUIOB TOPSHKH.

3. TOD. Jlns moaroroBku mnpob Obutn BBIOpaHbl KapTpumxu SUPELCO
DSC-18 (¢ nemossipubiM copOenToM cuimkarenem C-18) m HLB. IMocnennue
MPEACTABISAIOT COO00M MOIUGMUIIMPOBAHHBIN TOJUCTUPON U Ojaromapsi pa3BUTOU
rUAPOPUIBHO-TUNOPUIBHON MOBEPXHOCTH COpPOEHTAa CHOCOOHBI YIEP>KUBATh
IIMPOKUN UAIAa30H COEAUHEHUN C pa3HON NOJSIpHOCTHIO. s TDD xapakTepHbl
Oonee  IIMPOKHME  BO3MOXKHOCTH  JUIsl  CEJIEKTUBHOTO  M3BJICUYEHUS U
KOHIIEHTPUPOBAHUS M3BJIEKaeMbIX aHamuToB, dyeMm s JKOKD. Taxxke crnemyer
OTMETUTH, YTO MPU BAIHUJAIMU AHATUTUYECKOM METOJUKHU HCIOJb30BaHue TDI
MPAKTUYECKA  TOJHOCTHIO  TMPUBOJAWT K  BBINIOJICHUIO  TpeOOBaHU  TI0
MOBTOPSIEMOCTH W TpaBWIBHOCTH. OJIHAKO y MJaHHOW TPOIEAYypbl €CTh W

HEJIOCTATKH, CPEAU KOTOPBIX JOPOTrOBU3HA U TPYIOEMKOCTb.
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CH,
Puc. 25. Cxema ruiponn3a nkapumHa 1oy 1eHCTBUEM OeTa-TIIOKYPOHUIA3bI.
KoHTponb TNONHOTHI 3KCTPAKUUMU W OCTaJbHBIX AHAJIUTHYECKHX STalloOB
MOATOTOBKH MPOO (TaKMX KaK OYMCTKA U KOHIIEHTPUPOBaHUE 00pa3iia) MPOBOIUIIN
METOJIOM J00aBOK BHYTpPEHHEro craHgapra (OnM3koe TO0 CTPYKType U
9KCTPAKIIMOHHBIM CBOMCTBAaM COeMHEHHE — KyMecTpout (puc. 6)) [138, 143, 206].
Nnentudukanuio aHaauToB B 00pasiiax MPOBOJUIIN MO TPEM MapaMmeTpam:
BpeMsl YACPKMBAaHUS aHAIWTOB M BHYTPEHHEro ctaHmgapra (puc. 26), BbIOpaHHBIC
XapaKTepUCTUUHbIC HOHHBIC TMEPEeXOJbl U COOTHOIICHUS WHTEHCUBHOCTEU
(bparMeHTHBIX HOHOB, KOTOPHIE OCTABAIMCH MOCTOSIHHBIMU B IIUPOKOM JHANIa30HE
KoHIleHTparuit  (tabm. 11). OnTumanbHas dSHEPrHsl  CTOJKHOBEHHM IS
BHYTPEHHEro cTaHgapra cocraBuina S50B, a woHHBIE mepexonm — ¢
m/z 269,0445 — 241,0491 (100%), 197,0595 (100%), 213,0543 (72%), 225,0543
(25%) (puc. 27).

Pe3ynbTaThl BEIOOpa IIpoLieAyp MOATOTOBKHU IIPOO MpescTaBiieHbl B Ta0. 18.
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Puc. 26. XpomarorpaMmBbl B pexXHMe CKaHUPOBAHHS 10 BEIOPAHHBIM MOHHBIM TIepeX01aM
pactBopa, coxepxkaiiero 0,1 MKr/mMi HKapuHHA, UKAPUTHHA, SIIUMEIHHOB A, B,
ukapu3uoB |, I u kymecTposna (BHyTpEHHEIrO CTaHAapTa).
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Puc. 27. MC/MC-criekTp nuKa, COOTBETCTBYIOIIETO KYMECTPOIY (BHYTPEHHEMY
CTaH/apTy) B PSKUME PETHCTPAIMH TTOJIOKUTEIBHO 3apPSHKCHHBIX HOHOB MPU SHEPTHU
dbparmenTaruu - 50 B.



Tabnuna 18 — KoahhuimeHThI H3BICUEHUS aHATMTOB IIPH UCIIOAB30BAHUHN Pa3IHUHBIX MPOLeayp moarotoBku mpod (P=0,95, n=10)

Tun
SKCTpaKIUU

DKCTparupymouas
cucreMa

Koadduument nzpneuenus, %

HMKapuuHa

MKapUTHHA

ukapuzuja |

ukapusuja ll

suMennHa A

smumenrda B

sanumenuaa C

XKD
KHCIas

XJIOPUCTBIA METUIIEH

19+2

23+4

25+4

17+2

18+3

21+3

2043

ALICTOHUTPUIT

53+6

56+7

60+6

52+7

5147

55+4

56+4

JusTunoBsii a¢up:
TpeT-OyTUIIMETUIIOBBIN
a¢hup
(9: 1 mo 006béMY)

15+3

20+4

21+3

13+2

14+3

19+4

20+4

['ekcaH: XJIOpHUCTHIN
METHJICH
(85: 15 mo 06béMy)

N300yTHIIOBBIH CIUPT:

I/I3OHpOHI/IJIOBBII>'I CIINPT:

dTUIIAIIETAT
(40: 30:30 mo 06bEMY)

3545

3845

35+6

34+4

33+4

36+5

37£5

XKD
HIeJI0YHas

XJIOPUCTBIA METUIIEH

2,0+0,4

4,3+0,3

1,1+0,1

AneToHUTpHI

79+6

84+7

86+5

76+6

75+7

71+5

70£5

Justunosslit a¢up:
TPeT-OyTUIIMETUIIOBBIN

bup
(9: 1 mo 06bEMY)

9,0+1,7

8,0+0,9

5,1+0,4

9,3+1,0

7,2+1,3

8,4+1,2

7,9+0,9

I'excaH: XJI0pUCTBIN
METHJIEH
(85: 15 nmo 06bEMY)

N300yTHI0BbIi CIUPT:

W30IPONWIOBBIN CIIUPT:

OTUJIancTarT

73+3

80+5

74+4

75+5

6943

65+5

64+4

€6



Koaddunuent uzsneuenus, %

Tun DKcTparupyronias
SKCTpaKIn cucTemMa WKapuuHa | MKaputuHa | mkapusuaa | | wkapusuma Il | smumennna A | smumenuna B | snumennna C
(40:30:30 o 06BEMY)
XJOpUCTHIN METHIICH 6,0+1,9 10+1 4,3+0,4 5,6+0,5 3,5+0,3 3,7+0,2 3,1+0,3
ALIETOHUTPHIT 72+4 80+5 73+4 75+6 64+4 62+5 614
JuaTHIIOBBIIH 3dup:
TpeT'6y“;g“;;T““°B"m 3143 365 26+2 2442 3546 3345 3143
KD (9: 1 10 06BéMY)
HelTpanbHas I'excaH: XJI0pUCTBIN
METHUIIEH 0 0 0 0 0 0 0
(85: 15 mo 006béMy)
N300y THIOBBINA CIUPT:
HBOTPOTIHIIOBBIH CITHPT: 494 5445 4544 4144 3943 37+4 364
JTUJIALIETAT
(40:30:30 o 00BEMY)
TDD
SUPELCO HLB 200 ur 97+6 98+5 9543 94+4 9345 93+4 9343
TDD
DSC-18 200 90+4 94+3 91+6 906 884 8624 8743
Lpamon anamus 99+7 99+5 97+7 9849 95+8 94+8 95+7

6
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W3 pe3ynbpTaToB, MpeACTABICHHBIX B Tabnuie 18, BUIHO, 4TO HAauOOJIBILIETO
U3BJICUCHHS] YJAJIOCh JOCTUTHYTh TIPU TPOBEICHHWU TMPSIMOTO  aHalu3a
CyllepHAaTaHTa M TMOcJe COPOIMOHHOIO KOHIIEHTPUPOBAHUS C KapTpUIKaMu
SUPELCO DSC-18 u HLB. IlpuBeneHHble IaHHBIE TAKKE CBHJIETEIBCTBYIOT O
TOM, 4TO npu npoBeneHun XKXKD aBe skcTparupyroe CUCTEMbI: alleTOHUTPUI U
CMECh W300YTUIIOBOTO, M3OMPOIMUIIOBOTO CIMPTOB W JTHIIALlETaTa B IICJIOYHBIX
YCIOBUSIX MOKa3bIBAIOT HAMTYUIINE KOOPPHUIIUSHTHI 0 U3BJICYECHHUIO.

JUJIsi OLIEHKW CEJIEKTUBHOCTH BBIOPAHHBIX XapaKTEPUCTHUUHBIX HOHHBIX
NEPEXO0/I0B M3yUWIIH BIUSHUE MEMIAIOMUX (POHOBBIX BEIIECTB B OMOJOTHYECKON
KHUJKOCTH, TMpoaHann3upoBaB 20 SKCTPaKTOB OJaHKOBBIX 0Opas3ioB Mouu. Ha
KKIOH XpoMmMaTorpaMMe IPOU3BOJIMIM AHAJIU3 YYaCTKOB, COOTBETCTBYIOIIMX
BpEMEHAM YACPKUBAHHS OMPEICISIEMbIX BEIIECTB B TMpefesiax OJAHONW MHHYTHI.
CeleKTUBHOCTh CUMTAIM MPUEMJIEMOM, €CllM Ha BCEX XpomarorpamMmax Ha
YKa3aHHbIX Yy4yacTKax HE ObUI0 HHTEPPEpUPYIOIIUX IHKOB C OTHOIICHUEM
CUTHAJI/IIyM OoJiee Uin paBHbIM 3:1.

Ha cneunduuHOoCTh M YYBCTBUTENBHOCTb ONPEACNICHUS BEIIECTB C
UCIIOJb30BAaHUEM MACC-CEJIEKTUBHOTO JETEKTOpa MOTYT BIMSITH KOMIIOHEHTHI
OMOJIOTMYECKON MAaTpHIlbl, KOTOpPbIE MOTYT KOJJIIOUPOBATbCSI COBMECTHO C
aHaJIMTaMHU, OKa3blBas  BIUSHUE HA  MPOLECC HOHM3AaUMM B Macc-
cuektpometpe [207], monasiss win yeunusas e€ [208, 209]. Dtor deHomMeH ObLI
BIIEpBbIC onrcaH B 1993 r. 1 noay4na Ha3BaHKUe «MaTpuuHbIi 3ddext» [210].

OcHoBHOW mnpuunHOM moAaBieHuss MOP sBisgeTcs M3MEHEHHE CBOWCTB
crpess W3-3a HaNU4MAsg MAaTPUYHBIX (OMOTEHHBIX) YJEpKUBAEMBIX COCIUHEHUH,
BIUSIOMUX HA 3P(HEKTUBHOCTH 00pa30BaHUS WU UCTIAPEHUS Kalledb B CIpee, TeM
caMbIM, Ha KOJIMYECTBO 3apsHKCHHBIX HOHOB B Ta30BOH (pa3e, momaJaronifx 3aTeM B
macc-crektpomerp [211-213].

Marpuunblii  GakTop BbUUCHLIM 10 (opmyne (1), mpenctaBieHHOW B

pabortax [183, 214].
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S, - momane NUKa IS CTAHAAPTHOTO PAcTBOPA AHAJHTA.

Martpuunbii  3pdekT dYacTo CBS3aH C  HEJOCTaTOYHOM  OYMCTKOMU
Ouonornyeckux oOpasuoB. BiugHue Marpuubl 0Opd  OPSIMOM  aHAIM3e
CyllepHaTaHTa 3HAYUTEIbHO Ooubiie, yem mpu TDD ¢ xaprpumkamu SUPELCO
DSC-18 u HLB (ta6:1. 19).

VYuuThiBas CTENEHb 3KCTPAKIIMU U MATPUUHBIA 3Q(DEKT, IeTaeM BBIBOJI, UYTO
HamOoJjiee TMpPUEMIIEMBIM CIIOCOOOM MOATOTOBKA Mpo0O sBisercs TAD ¢
kaptpumxamu HLB.

JUIsi OUEHKH BIIMSHHS HCIOJIB3YEMBIX B MpOLECCE MOATOTOBKH 0OOpa3loB
OMOJIOTMUECKUX NpO0 pPEaKTHMBOB Ha CTENEHb HMOHU3ALMU aHAJIUTOB IPOBENU
aHalIM3 SKCTpakTa BoAbl. I[Ipy 3TOM CylIeCTBEHHOro MaTpuyHoro s¢dexra He
HaOIIoAAIIH.

CpaBuutenbHblii  ananu3 20 00pa3loB MOYM T[OKa3aj, 4YTO CTeIeHb
U3BJICUCHUS AHAMTOB M MAaTpUUHbI >PQEKT He HM3MEHSAIOTCS OT obOpasla K
obpa3iry.

Takum o0pa3oM, B pe3ynbTaTe MNPOBEAEHHBIX HKCIEPUMEHTAIbHBIX
UCCJIeIOBaHUM pa3paboTaHa MeToaMKa omnpejaesieHus (IaBOHOWIOB TOPSHKHU B
moue merogom BOXKX-MC/MC ¢ ucnonp3zoBanueM DPU B pexxume peructpanuu
BBIOPAHHBIX HMOHHBIX MEPEXO0JI0B JUIsl TOJOKHUTEIbHO 3apsS>KEHHBIX HOHOB.
OneHeHbl CTENeHb W3BJICYEHHUS W BIMSHUE MATPUIBI HA MOHU3AIMIO0 AHAJIUTOB.
Pazpaborannbiii  crnoco0  sBisercs  cleUU(UUHBIM U YYBCTBHUTEIbHBIM,
MO3BOJISIONIMM COUYETaTh KaK KAYECTBEHHOE, TaK U KOJMYECTBEHHOE ONpeIeTICHUE

(b1aBOHOUIOB TOPSTHKH B OMOTTpOOax.



Tabnuua 19 — Pe3ynpraTsl HCCIeI0BaHMI 110 BEIOOPY mporieayp npobomoaroroku (P=0,95, n=10)

Martpuunslii pakTop

Tun DKCcTparupyomas cucremMa
JReTpaKiun ukapuuH | ukaputuH | wukapusua | | wkapusupn |l | smumenna A | snumenus B | snumenun C
XJIOpHUCTHINA METHUIICH 0,74+0,09 | 0,69+0,08 | 0,71+0,08 0,82+0,09 0,79+0,11 0,71+0,09 0,73+0,12
AUECTOHUTPHIT 0,81+0,08 | 0,75+0,11 | 0,74+0,11 0,79+0,10 0,78+0,11 0,76+0,09 0,82+0,08
JusTriioBsid 3dup:
Tper-Oyrunmerunossiid 23¢up | 0,58+0,08 | 0,51+0,07 0,59+0,09 0,54+0,08 0,50+0,08 0,49+0,05 0,51+0,11
FOKD (9: 1 mo 06BéMy)
KHCJIas ['excaH: XJIOpUCTHIN METHIIEH
0,75+0,09 | 0,79+0,11 | 0,74+0,12 0,73+0,11 0,78+0,14 0,69+0,08 0,75+0,08
(85: 15 mo 06bémy)
N300yTunoBelil ciupt:
M30MPOIUIIOBBIN CIIUPT:
STHIIALETAT 0,85+0,12 | 0,84+0,11 | 0,81+0,12 0,79+0,09 0,78+0,12 0,83+0,07 0,82+0,08
(40: 30:30 mo 06BEMY)
AKAKD XJIOpUCTHIN METHIICH 0,71+0,05 | 0,74+0,09 | 0,69+0,08 0,65+0,01 0,67+0,12 0,71+0,08 0,69+0,12

L6



Matpuunsiii pakTop

(9: 1 mo 06BéMy)

Tun DKCTparupymolias cucrema
JKCTpaKivH ukapuuH | ukaputuH | ukapwsuna |l | ukapusun |l | snumenun A | smumenuu B | smumenun C
ALETOHUTPHUIL 0,73+0,09 | 0,69+0,11 | 0,70+0,09 0,74+0,08 0,71+0,05 0,79+0,05 0,75+0,08
JuaTunoBsiid 23Gup:
Tper-OyTunmerunossid a¢up | 0,49+0,05 | 0,51+0,06 0,53+0,07 0,54+0,09 0,56+0,08 0,58+0,06 0,54+0,09
(9: 1 mo 06BéMy)
I'excaH: XJIOpUCTBI METHIIEH
0,81+0,08 | 0,79+0,07 | 0,80+0,04 0,79+0,08 0,75+0,09 0,76+0,05 0,82+0,08
(85: 15 mo 06Bémy)
N300yTHII0BEIA CIUPT:
M30MPOIUIIOBBII CIIUPT:
STHIIALIETAT 0,86+0,09 | 0,84+0,10 | 0,81+0,11 0,80+0,09 0,82+0,07 0,81+0,08 0,82+0,09
(40:30:30 mo 00BEMY)
XJOpUCTHIN METUIIEH 0,69+0,05 | 0,65+0,08 | 0,66+0,06 0,61+0,09 0,64+0,08 0,61+0,09 0,68+0,08
SHOKS AULETOHUTPUI 0,84+0,09 | 0,81+0,08 | 0,89+0,08 0,83+0,09 0,82+0,05 0,81+0,08 0,79+0,09
HeHTpabHast JusTHIOBEIN 3dUp:
Tper-Oytunmerunossit a¢up | 0,44+0,07 | 0,43+0,06 0,45+0,05 0,45+0,01 0,46+0,02 0,48+0,01 0,51+0,03

86



Matpuunsiii pakTop

Tun DKCTparupymolias cucrema
SKCTpakiiu uKapuuH | ukaputuH | ukapusun |l | uxapusun Il | smumenun A | snumenun B srmumenna C
['excaH: XJ10pUCTBI METUIIEH
0,82+0,08 | 0,81+0,05 0,82+0,06 0,81+0,03 0,79+0,04 0,81+0,05 0,83+0,03
(85: 15 mo 006béMmy)
N300yTunoBelil ciupt:
M30IPONUIIOBBIN CIIUPT:
STHIALETAT 0,74+0,08 | 0,79+0,06 0,75+0,07 0,73+0,08 0,69+0,08 0,64+0,09 0,79+0,06
(40:30:30 o 06BEMY)
TOD
0,94+0,09 | 0,95+0,09 0,97+0,05 0,98+0,06 0,97+0,05 0,94+0,06 0,96+0,08
SUPELCO HLB 200 mr
TDD
0,91+0,01 | 0,92+0,05 0,89+0,06 0,88+0,05 0,94+0,07 0,95+0,04 0,93+0,09
DSC-18 200 mr
[Ipsimoit ananus 1,32+0,11 | 1,34+0,09 1,24+0,09 1,10+0,08 1,10+0,09 1,12+0,08 1,01+0,07

66
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3.5 Oonapy:xkeHue MeTad0JIUTOB (PJIABOHOUIOB FOPSIHKU B MOYe KPbIC

OCHOBHBIM MPEUMYIIECTBOM MPUMEHEHUS TAHIEMHOW MacC-CIIEKTPOMETPUU
SBIISIETCA TOJTY4YE€HUE JOTOIHUTENFHON HH(OPMAIIUH, KOTOpasi MO3BOJIET JJOKA3aTh
CTPYKTYpHOE CXOZCTBO BELIECTB, OIpeAeIIIEMbIX B ouocpenax
(MPeArnoNoKUTENFHBIX META0OIUTOB), C UICXOIHBIMU BEIIECTBAMHU, OCHOBBIBAsICH Ha
3aKOHOMEPHOCTSX (PparMEHTALMH LIEJIEBbIX COSUHEHUN U yJepKUBaHUU. J[aHHBIHA
METO/I SIBJIIETCSI OJTHAM U3 OCHOBHBIX JIJISl IOKA3aTENbCTBA CTPYKTYPbl METAOOJIUTOB
[0 IIPUYMHE KpailHE HE3HAYMTEJIBbHOIO KOJIMYECTBA BEIIECTBA M CIOXKHOCTU
MaTpHIIbI, YTO JENAeT HEBO3MOXHBIM IPUMEHEHUE TaKMX METoN0B, Kak SIMP u
UH(ppaKpacHasi CHEKTPOCKOIIHSI.

JUia  oOHapyXeHHsT MeTa0oJIMTOB  (DJIABOHOUIOB TOPSIHKM  METOJIOM
TaHJIEMHOW Macc-CIEeKTPOMETPUH BBICOKOTO paspemieHuss B pasd. 3.1 mpoenu
JETAIbHOE W3yYeHUE (parMeHTalud WMEIOIIUXCS B HAJIUYMH CTAHJAPTOB:
WKapuuHa, nKapuTuHa, nkapu3uaos |, I, smumeaunos A, B, C.

[Ipu wu3ydeHun (QparMeHTalMu MMEIOUIMXCA CTaHIApTHBIX 00pa3loB
WKapuWHa, WKapuTuHa, uWKapu3uaos |, I,  smumenunoB A, B, C  BbIsIBHIN
CIICAYIOUIME 3aKOHOMEPHOCTHU: Uil  ()JIaBOHOUJOB TOPSHKU  XapaKTEPHO
MOCJIE0OBATEIBHOE OTILEIJICHUE YIJIEBOAHBIX 3aMECTUTENICH, MpU 3TOM CHayaia
MPOUCXOUT MOTEPS YIJIEBOAHBIX Ipynn B nojoxxeHuu C3, 3atem B nojoxeHun C7
c o0Opa3zoBaHuMeM HOH-TIpoAyKTa ¢ M/z369,1333, a meperpynmupoBKa
W30IEHTEHOBOM I'PYIIIIBI B MOJ0KEeHNHA C8 MPUBOIUT K MOSIBJIEHUIO HOH-TIPOIYKTA C
m/z 313,0707. Takum ob6pasom, m/z369,1333 wu 313,0707 sBusrOTCS
XapaKTepPUCTUUYHBIMA MaccaMHd Ipu OOHapyXeHHUU (HIAaBOHOUJOB TOPSHKU H
OTHECEHUU COECAUHEHHUI K JTaHHOMY KJ1accy.

Metor Macc-CIEKTPOMETPUYECKOIO JETEKTUPOBAHUSA C MCIOJIb30BAHUEM
HelTpanbHbIXx moTeph (132,0423, 146,0579 u 162,0528 Jla, yka3biBalOT Ha
OTLIETUIEHUE KCUIIO3HOTO, PAMHO3HOI'O U TJIOKO3HOI'O OCTATKOB, COOTBETCTBEHHO),
MO3BOJIUJ 3HAYUTENIbHO YIPOCTUTh OOHApYKEHHWE METa0OJUTOB (PIIaBOHOMIOB
TOPSIHKH, TaK Kak BbIOOp WOHa ansi ¢parmeHtauuu onpeaensercs mpu MC

CKaHNPOBAHHUU 110 IPCABAPHUTCIBbHO YCTAHOBJICHHBIM BCIIMYMHAM HeﬁTpaHBHBIX
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norepp. Mcnonb3yss NpeAJIOKEHHbIM HaMM  METOJ  TaHJAEMHOIo  Macc-
CHEKTPOMETPUUECKOTO  JETEKTUPOBAHUS, IIOMHMO OCHOBHBIX JIEWCTBYIOIIMX
KOMITOHEHTOB TOPSTHKU: WKapuuHa, UKapUTHHA, ukapu3uos I, 11,
smumeuHOB A, B, C (puc. 28) B Moue KpbIC yIajoch OOHAPYXKUTh HECKOJIBKO
COCIMHEHUH, OTCYTCTBYIOIIMX B OKCTPAaKT€ TOPSHKA  KOPOTKOHOXKKOBOM
(Epimedium brevicornum) u B OJIaHKOBBIX OOpa3ax MOYH, HPEATIOIOKHUTEIHHO
npuHajuiexkammx K Merabomuram (M1-6). s ycTaHOBIEHUST BO3MOXKHOM

CTPYKTYPbI MeTa60J'II/ITOB 6BIJ'II/I HN3YYCHBI Mcn-CHeKTpBI JAHHBIX COCI[HHGHPIﬁ.
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Puc. 28. Xpomarorpamma B pexuMe CKaHUPOBAHUS 110 BBIOPAaHHBIM MOHHBIM IT€pPEX01am

MOYH KpbIC yepe3 12 gacoB mocie mpuéma SKCTpaKkTa TOPSHKH.

B MC3—cneKTpe coequHeHuss M1 co Bpemenem Bbixoga 4,8 MuH
NpUCYTCTBOBAI HMOH ¢ M/z2313,0707, ykaswplBaronmMiéi HAa  BO3MOXHYIO
NPUHAUICKHOCTh K (uiaBoHOoMmam ropsiaku (puc. 29B). Mon ¢ m/z 367,1175
OTJIMYACTCS OT XapaKTePUCTUUYHOTO JyIsl (DIABOHOUIOB (PparMEHTHOTO HOHA
369,1333 na 2,0158 /la, 4TO TOBOPUT O HAJWYUK JBOMHOW CBSI3H, BO3MOXKHO,
BCJICJCTBUE OTUICIUICHUS TUIPOKCWIBHOW TpyNnbl B HW30NEHTEHOBON LIENHU
(puc. 29T"). dparMeHTHbI HOH ¢ M/Z 547,1812 B MC?-CIIeKTpe OTIHYAeTCS OT HOHA
¢ m/z 385,1280 B MCS-cneKTpe Ha 162,0528 [la, 4TO COOTBETCTBYET OTILICILJICHUIO
IJIFOKO3HOTO OCTaTKa, BEPOSITHO, B mojoxeHuu C7, Tak Kak MMEHHO NpU ATOM

YIIEPOAHOM aTOME CBSI3b C YIIIEBOJIHOM IrpyInoi 6osee craduibHa, yem rpu C3.
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Hon-tipoaykt ¢ m/z 693,2392 B mMacc-CeKTpe MEePBOro MOpsiaKa OTINYASTCS
OT WoHa Cc M/z547,1812 B MCZ-CHGKTpe Ha MacCy pamMHO3HOIO OcCTaTKa
(146,0579 /1a), uTo yKa3bIBaeT Ha JaHHBIH 3aMECTUTEIb B CTPYKTYPE HCCIIEIyEMOTO
KOMIIOHEHTA, BO3MOXKHO, B IonoxxeHuu C3. MHreHcUBHBINA MOH ¢ M/z 693,2392 B
MC-criekTpe, BEpOATHO, COOTBETCTBYET NPOTOHMpPOBaHHOH Monekyne [M+H]"
(puc.29b), a woH ¢ mM/z737,2293 B peKuMe PpETHCTpPAMA OTPHUIATECIHHO
3apsOKEHHBIX MOHOB - JICIPOTOHMPOBAHHOW MOJIEKYJIE aAJlyKTa C MYpPaBbHUHOMU
kucioToi (puc. 29A).

[TommydeHnHble qaHHBIE OBUIM COMOCTABIIEHBI C Pe3yJbTaTaMH MPOrPAMMHOIO
oOecrieueHUs ACDLabs/ biotransformation maps (Bepcuu 14.0),
ACDLabs/Percepta, yka3pIBaroIIMMH Ha THAPOKCHIMpPOBaHHE B mojoxeHun Cl4
wm Cl5 kak BO3MOXHBIM TyThb MeTabonm3ma. Takum 00pazoMm, BeposTHas
CTpykTypa Metabonuta M1 mpencraBneHa Ha puc. 29/ C npuMeHeHHEM
porpaMMbI MEeTa00JIOMHOTO aHanmn3a MTOJTYYEHHBIX XpoMaTo-Macc-
cnekTpoMeTpuueckux nanHbix MetWorks Bepcun 1.3 gupmer « Thermo Scientific» B
AKCTpaKTax MPoO OBLIO MOATBEPKICHO HATMYHUE JAHHOTO METa0OJIUTa.

CoriacHO MpPOBEIEHHBIM  HCCIECIOBAHUSAM, QJITOPUTM HWHTEPIPETALNH
JAaHHBIX, TTOdy4eHHBIX MeTonoM BOXKX-MC" B pexuMe 3aBUCHMOrO CKaHMPOBAHUSI
MOHOB-IIPOAYKTOB C IMIPEABAPUTEIILHO YCTAHOBICHHBIMHU 3HAUCHUSIMU HENTPAIIbHBIX
notepb (132,0423, 146,0579 u 162,0528 J1a) COCTOUT B CIIEAYIOIIEM:

1.Tlouck B cHOekTpax M/Z XapaKTePUCTUYHBIX (PPAarMEHTHBIX HOHOB
¢raBoHOMI0B TOpstHKK (M/Z 369,1333 (367,1176) 1 313,0707).

2. YCTaHOBJIEHUE CTPYKTYpPhl COCJAMHEHUS] Ha OCHOBAaHUM XapaKTEPHOM
dbparmMenTanuu  (MOCIEIOBATEILHOE OTIIEIUICHUE YTJICBOJHBIX 3aMECTHTENCH:
CHaYaJia MPOUCXOAUT MOTeps rpyni B nojoxkenuu C3, 3atrem B nosioxxeHuu C7).

3. CpaBHCHHE OSKCIIEPUMEHTAIBHBIX 3HAYCHHH M/Z ¢ TCOPETHUCCKUMHU
(pacxoskzieHue He 6oJiee 5 M.1I.).

4. ComocTaBlieHUE TMOJYYEHHBIX JaHHBIX C Pe3ylbTaTaMH IPOTrPaMMHOTO
oOecrieucHuMs ACDLabs/ biotransformation maps (Bepcumu 14.0),
ACDLabs/Percepta, MetWork (sepcuu 1.3).
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Puc. 29. XpomaTtorpamMma npoObl MOYH: O BBIJICICHHOMY HOHY ¢ M/Z 737,2293 B peskuMe perucTpalii OTPUIIATEIBHO 3apSHKCHHBIX HOHOB
(A), o BEIIETEHHOMY MOHY ¢ M/Z 693,2392 B pexkrMe perucTpaliy NOJ0KHUTENBHO 3apsKeHHbIX HoHOB (B); MC"-cniekTpsl coenenus co
BpeMeHeM Bbixoja 4,81 muH (B); npennonoxutenbHas CTpyKTypa ¢pparMeHTHOr0 HoHa ¢ M/z 367,1175 (I'); Bo3MokHas cTpyKTypa MeTabosuTa

M1 (1)
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Wcnonb3yst MaHHBIM alropuT™, ObUIM OOHApyXKeHbI MeTaboiuTsl M2-M6
(puc. A3-A7 IlpunoxeHus), BEpPOSTHBIE CTPYKTYpPbl KOTOPBIX TMPHUBEICHBI B

Ta61. 20, a XapaKTepuCTUYHBIE (pparMeHTHBIE HoHBI B MC"-criextpax B Tabm. 21.

Tabmuua 20 — [IpearnonoxxuTenbHble CTPYKTYPhl METa00IUTOB (hIaBOHOUIOB TOPSHKH

(&)
HoC
—CH,
rRLo_7
Merabosut
MoHou30TOIIHAA

R! R® R® R? macca, /la
M1 glu rha OH H 692,2316
M2 glu H OH H 546,1737
M3 H rha OH H 530,1788
M4 glu rha-(1-2)glu OH H 854,2845
M5 glu rha-(1-2)xyl OH H 824,2739
M6 glu rha-(1-2)rha OH H 838,2895

[Tpumeuanue: rha — pamuao3ni, glu — raroko3wmi, Xyl - Kcrmo3mn

Takum oOpazom, pa3paOOTaHHBIN aITOPUTM MO3BOJISET BBISBISATH OCHOBHBIC
KOMITOHEHThl TOPSHKM U WX METa0OJUTHI W MOXKET MCIOJIb30BaThCA IS

UCCIIeIOBaHUM (PapMaKOKWHETUYECKUX TTapaMETPOB.




Ta6mz1ua 21 — XapaKTepHUCTUYHBIE arMeHTHbIE HOHEI META0OJIMTOB F'OPSHKH B Mcn-CHCKT ax, IIOJIYYCHHBIX B YCJIOBUAX JUCCOLMAllNU
5 5

HHAYLUHUPYEMOM COyAapeHUEM

Coenu- MC MC? MC? Mc*
HECHHUEC
693.2392 (100) | [693,2392]: [547,1812]:
vy | IMHHT 547,1812 (100) [M-rha]", 385,1280 (100) [M-glu]", ]
385,1280 (50) 367,1175 gsog,
313,0707 (35
547,1815 (100) | [547,1815]:
S| v [ IMHHD 385,1280 (100) [M-glu]", ] ]
: 367,1175 (50),
= 313,0707 (35)
= 531,1857 (100) | [531,1857]:
E| g | IMHHI' 385,1280 (100) [M-rha]", ] ]
=z 367,1175 (50),
= 313,0707 (35)
= )
5 855,2910 (100) | [855,2910]: [855,2910—693,2390]: [855,2910—693,2390—547,1812]:
Sl v | IMHHD 693,2390 (100) [M-glu]", 547,1812 (100) [M-glu-rha]", 385,1280 (100) [M-2glu-rha]*,
z 547,1815 (60) 385,1280 (50) 367,1175 (50),
= 313,0707 (35)
= 825,2820 (100) | [825,2820]: [825,2820—693,2390]: [825,2820—693,2390—547,1812]:
£l s | IMHHD 693,2390 (100) [M-xyl]", 547,1812 (100) [M-glu-xyl]*, 385,1280 (100) [M-2glu-xyl]",
= 547,1815 (60) 385,1280 (50) 367,1175 (50),
313,0707 (35)
839,2975 (100) | [839,2975]: [839,2975—693,2390]: [839,2975—693,2390—547,1812]:
[M+H]* 693,2390 (100) [M-rha]", 547,1812 (100) [M-glu-rha]", 385,1280 (100) [M-2glu-rha]",
M6
547,1815 (60) 385,1280 (50) 367,1175 (50),
313,0707 (35)

[Tpumeuanue: glu = rimokoswui, rha = pamuaosui, Xyl = kcnnosu.

GOT
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BbIBO/IbI

1. 3y4yeHsl 3aKOHOMEPHOCTH (HOPMHUPOBAHUS MACC-CIIEKTPOB (hJIaBOHOUIOB
TOPSIHKM METOJOM TaHJAEMHOM Macc-CIIEKTPOMETPUHM BBICOKOTO pa3pelIeHUs.
KitoueBbiMu 3Tammamu (hparMeHTAINH SBIISIOTCS: TIOTEPs TPy B monoxenuu C3;
3ateM B monoxkenun C7 ¢ o0pa3oBaHMEM HOHA-NpoayKTa ¢ m/z 369,1333;
neperpynnupoBka H30MEHTEHOBOM Ipymibl B mojoxkeHun C8, MpUBOAsIIAs K
MOsBJICHUIO MOHA-TIpoaykTa ¢ m/z 313,0707. Monsr ¢ m/z 369,1333 u 313,0707
COOTBETCTBYIOT XapaKTEPUCTUYHBIM CUTHAJIaM, UCIIOJIb3YyEMbIM MPU 0OHAPYKEHUH
HEU3BECTHBIX (hJIAaBOHOMIIOB TOPSHKH. [IpemmokeHbl BO3MOXKHBIE CTPYKTYPBI
(bparMeHTHBIX HOHOB.

2. Pazpabortan croco0 U3BJICYCHUS ¢db1aBoHOUTOB TOPSIHKH
CBEPXKPUTHUYECKMM JIHOKCUAOM yrieponaa. IIpu temmeparype 50 °C, maBneHun
30 MIla u mnpomomxutenbHOCTH 30 MUH JIOCTUTAETCSI MaKCUMAaJIbHBIM BBIXOJ]
LEJIEBBIX KOMIIOHEHTOB, B 2,5 pa3a NPEBBIMIAIONINNA KOJUYECTBO COEAUHEHUN,
M3BJICKAEMBIX KUIKOCTHOM SKCTPAKITUEH 3TAHOJIOM B YIBTPa3BYKOBOM IIOJIC.

3. Pa3paboransl yCJIOBUS XpOMAaTOMAacC-CIEKTPOMETPUUECKOTO
OmpeNesieHUs] UKapuuHa, uKapuTuHa, ukapusuaos |, I, snumenunos A, B, C B
pPaCTUTENBHOM CBHIPh€ U MPOJYKTaX Ha €ro OCHOBE B YCIOBUAX OOpaIieHHo-
dazoBoii  rpagumentHort BDOXX B coyetaHum C  TaHOEMHBIM ~ Macc-
CIIEKTPOMETPUUYECKHUM JIETEKTHPOBaHUEM. JIJIsl KaXI0T0 COSAMHEHUS YCTAaHOBIICHBI
ONTUMAJIbHBIE 3HAYCHUSI DHEPTUU COYJApPEHUN W ONpelesieHbl HHTCHCUBHBIC
XapaKTEPUCTHUYHBIC HOHBI-TTPOTYKTHI.

4. PazpaboTtan airoput™M oOOHapykeHus (JIAaBOHOMIIOB TOPSIHKA Ha
OCHOBAaHHMH 3aKOHOMEPHOCTEW (parMeHTalluy, 3aKIIOYAIONUHCS B TOJYYCHHUH
TaHJEMHBIX  MacC-CIIEKTPOB B  PEKHME 3aBUCUMOTO CKaHUPOBAHHUS C
MPEABAPUTEIILHO  YCTAHOBJICHHBIMH  3HAYCHUSIMHU  HEUTPAIBHBIX  TOTEPh
(m/z 132,0423, 146,0579 wu 162,0528, COOTBETCTBYIOUIUX OTHICTICHHIO

KCHJIO3HOI'O, pPaAMHO3HOT'O U I'N'TFOKO3HOI'O OCTATKOB, COOTBCTCTB@HHO).
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5. Boibpana mnpornenypa moarotoBku o6pasnoB moun Kk BIXKX-MC/MC
aHanu3y, BKIIOYAloNass COpPOLMOHHOE KOHIEHTPUPOBAHME Ha KapTpUKaXx,
3aMOJHEHHBIX ~ MOJAU(MUIMPOBAHHBIM  TMOJHMMEPOM  CTHUPOJIA,  AJIIOMPOBAHUE
METAaHOJIOM U KOHIIGHTPHpPOBAHHE »JjI0oaTa B TOKE a30Ta C MOCIEAYIOUUM
NepepacTBOPEHUEM CyXOro OCTaTKa B MOJBHMXKHOM ¢aze, mpu 3ToM KodPPUIIUEHT
u3BieueHus cocrapisier 93-98%, a MarpuuHblid QakTop, XapaKTEepU3YIOUIUN
BiusiHUE MaTpuilsl, — 0,94-0,98.

6. Pa3zpaboTanHblii  adropuT™M  anpoOUpoOBaH  MNpU  OOHAPYKCHHUHU
MeTa0oIUTOB (hJIAaBOHOWIOB TOPSHKHM B MOYE KphIC. BbIsABICHBI paHee He
WU3BECTHBIC METAOONHMTBHI W  TIPEMIOKEHBI WX  BO3MOXHBIE  CTPYKTYPHI,

COOTBCTCTBYIOIIHC IIPOAYKTAM I'HAPOKCHIMPOBAHNA.
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0 MPAKTHYECKOM NPHUMEHCHUH Pe3y/IbTATOB IHCCEPTALHOHHOID HCCISI0BAHNA
Uesnaxosoit O.A. na Temy «Onpenenenue GraBOHOUAOB FOPAHKH U HX METa00THTOB
METOAOM TAHAEMHON XpOMATOMACC-CNEKTPOMETPHY BbICOKONO Pa3peLieHHR»

Hacrosumm aktom yaocrosepsercs, 4To B (DejaepanbHOM  rocyAapCTBEHHOM
YHUTApHOM npeanpusTun «Hayunsiii uentp «Curnwan» ucnonsiyercs cnocob uimepeHui
CO/epKaHHA  MKapMMHA, UKapuruHa, ukapusuial, uxapusuaa ll,  snumeanmsa A,
snumennHa B u snumeanna C B OMONOrMueckH  akTHBHBIX  go0askax  Meroaom
BbICOKOIDDEKTHBHON KHAKOCTHOH Xpomartorpaduu C MpHMeHeHHeM TaHASMHOW Macc-
CMNEKTPOMETPHH, NPEANOKEHHbIH B aMccepraunoHHoM Heenenosanuu Lllesnskosoit O.A.

PaspaboTtannas B paMkax HaHHOTO JHCCEPTALHOHHOIO HCC/IEA0BAHMA IMeTo.!mxa
H3MEPCHHH  COMCPXKAHMA  aTTeCTOBaHa M BHeceHa B o0nacTe  akKpeauTauMm

OIVIT «HL| «Curaan» opradom no akkpeauranmn OAO ®HTLL «HMusepens».

Havaussak HegpirarenbHoN XUMUKO-aHATHTHYCCKOH

_1‘ggopa1'op.uu OFYRI «HLL «Cursan» B.®. TapaH4eHko

p——
i T e—

Puc. A2. Akt BHeipeHUs METOANKU U3MEPEHUH COJIepKaHUs MKapUUHA, UKAPUTHHA,
ukapusuaa I, ukapusuna 1, smumenuna A, snmumennaa B u snumenuna C B
OMOJOTUYECKH aKTHBHBIX T0OaBKaX METOJIOM BBICOKOI(P(PEKTUBHOM KUIKOCTHON
Xpomartorpaduu ¢ MPUMEHEHHUEM TaHJAEMHOM MacC-CIIEKTPOMETPHH B
OI'VII «HI «Curnamy.



591 1T25 [M*HCOOH-H]™

g g 8

MC-

(=3

8

HuteHcHBHOCTE, OTH. &1

f=)

54?’ 1815 (M+H] B

@ MC+
/ . .

g

Hurencnenocts, otH. ea.
8 & g8 B

(=]

10 12 14
Bpem: uu.u
5471815 3851280
C2rHa1042 ) CaiH2107 B
190 -0.9138 ppm MC 0.5193 ppm
MC
R ° - 162.0528 Ja .
i -glu .
E 70 36T 172
g Cz21H1508
%sn 1.1440 ppm
£ 50 313.0701
5 5481851 Ci7H1206
E” 1.9165 ppm
g 30
g 20
& 549 1887
10
0 1 |
LI LR LR LB LR T 1 1 L T
544 549 554 33 3 M9 W7 388

Puc. A3. Xpomarorpamma npoObl MOYH: 110 BBIIEIIEHHOMY HOHY ¢ M/z 591,1719 B pexuMe perucTpain OTPHIATEIBHO 3apsSHKEHHBIX HOHOB (A), 10
BbIZIETIEHHOMY HOHY ¢ M/z 547,1810 B peskuMe perucTpauy HoI0KUTENbHO 3apskeHHbIX HoHOB (B); MC"-criekTphl coelMHEeHHUs O BpeMeHeM BhIX0/1a
6,00 muH (B); Bo3moskHast ctpykTypa Metabomuta M2 (I).
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Puc. A4. Xpomarorpamma npoObl MOYH: 110 BBIICIIEHHOMY HOHY ¢ M/z 575,1770 B pexuMe perucTpainny OTPHIATEIbHO 3apsSHKEHHBIX HOHOB (A), 10
BBIIEJIEHHOMY MOHY ¢ M/z 531,1861 B pesknuMe perucTpaIuy MoJ0kKUTENLHO 3apskeHHbIX HOoHOB (B); MC"-criekTphl coeIMHEHHs O BpEMEHEM BBIX0/1a

5,98 muH (B); Bo3mokHas ctpykTypa metabonura M3 (I).
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Puc. A5. Xpomarorpamma npoObl MOYH: 110 BBIICIIEHHOMY HOHY ¢ M/z 899,2827 B pexxuMe perucTpaln OTPHLATEIbHO 3apsSHKEHHBIX HOHOB (A), 10
BbIJIETIEHHOMY HOHY ¢ M/z 855,2917 B peskuMe pericTpaluy MoI0KUTENbHO 3apskeHHbIX HoHOB (B); MC"-criekTphl coelMHEeHHs cO BpeMeHeM BhIX0/1a
3,85 muH (B); Bo3MokHas cTpykTypa meradbonuta M4 ().
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Puc. A6. Xpomarorpamma npoObl MOYH: 110 BBIICIICHHOMY HOHY ¢ M/z 869,2721 B pexuMe perucTpaini OTPUIATEIbHO 3apsSHKEHHBIX HOHOB (A), 10
BBIIEJIEHHOMY MOHY ¢ M/z 825,2812 B pesknuMe pericTpaIuy MoJ0KUTENBHO 3apskeHHbIX HoHOB (B); MC"-criekTphl coeIMHEHHs O BpeMEHEM BBIX0/1a
4,15 muH (B); Bo3moxHas ctpykrypa metabonura M5 (I).
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Puc. A7. Xpomarorpamma npoObl MOYH: 110 BBIICIIEHHOMY HOHY ¢ M/z 883,2877 B pexuMe perucTpalinil OTPHLATEIbHO 3apsSHKEHHBIX HOHOB (A), 10
BbIIEJIEHHOMY HOHY ¢ M/z 839,2968 B peskuMe pericTparuy HoI0KUTENbHO 3apskeHHbIX HoHOB (B); MC"-criekTphl coelMHEeHHs cO BpeMeHeM BhIX0/1a
4,35 muH (B); Bo3MokHas cTpykTypa meradbonura M6 (I)

44"



143

HNPUJIOKEHHUE b

METOJIMKA U3MEPEHMI COJIEPKAHU S
NKAPUMHA, UKAPUTUHA, UKAPU3NJIA |, UKAPU3NJIA I,
SIIMME/INHA A, SQIIMMEIIMHA B U SITMMEJIMHA C
B BUOJIOIMYECKHN AKTHMBHbLIX IOGABKAX METO/I0OM
BBICOKOR®DEKTUBHOM XXUJIKOCTHOM XPOMATOI' PAGUN
C IIPUMEHEHWEM TAHJIEMHON MACC-CITEKTPOMETPUN

Metoauka uzmepennii Ne 2-28-2016

Mocksa 2016
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Metoauka U3MEepEeHH CoaepKaHUs UKapUUHA, UKApUTHHA, nKapu3una |,
ukapmzuia ll, snumenuna A, snumennna B u siumenuna C B OMOJIOrHuecKu
aKTUBHBIX JJ0OABKAaX METOJO0OM BBICOKOI(()EKTUBHOM KMIKOCTHOM

xpoMarorpaduu ¢ TPUMEHEHUEM TaHACMHOM MacC-CIIEKTPOMETPUHU

Procedure for measurements of concentrations of icariin, icaritin, icariside I,
icariside 11, epimedin A, epimedin B and epimedin C in dietary supplements
by high performance liquid chromatography method with tandem mass

spectrometry

1 HaznauyeHue 1 00J1aCTh PUMEHEHUSA

Hacrosimmii MeTtoguka ycTaHaBIMBAaeT MOPSAOK MU CHOCOOBI H3MEpEHUM
COJICpP)KaHHA WKApUWHA, WKapuThHa, ukapusuga [, ukapusupaa ll, snumenuna A,
srmMenuHa B u simmvenmiaa C B OMOJIOTMYECKH aKTHBHBIX T00aBKax B AUANa30HE
or 0,1 go 50,0 mr B kancyne (¢rakoHe) MeTOAOM BBICOKOI(DHEKTUBHOM
YKUJIKOCTHOM XpomaTorpaduu ¢ IpuMEeHEHHEM TaHJEMHOW MacC-CIIEKTPOMETPHUH.

Meroauka wu3MepeHH pa3paboTaHa W PEKOMEHJyeTCS JUIsl OLICHKHU
KOJIMYECTBEHHOTO COJIEp KaHUsl UKapUWHA, UKapUTUHA, ukapusuaa I, ukapuszuna ll,
srmMenuHa A, smuMmenuHa B m smmmenmnHa C B OMOJOTMYECKM  aKTHBHBIX
no0aBKax TMpU TPOBEJACHUM XHUMHKO-aHAJTUTHYSCKOTO KOHTPOJS KadecTBa

IpernaparoB.
2 HopmaTuBHBI€e CCHIJIKH

Hacrosmass meroquka paspaboTaHa B COOTBETCTBHU C  TpeOOBaHUSIMH
HOPMATHUBHBIX JOKYMEHTOB:

I'OCT P 1.5-2012 «Crangaptuzauusi B P®. CraHgapThl HallMOHAJIbHBIE.
[IpaBmta mocTpoeHUs, U3I0KECHHS, OPOPMIICHHS U 0003HAUCHUS;

I'OCT P 8.563-2009 «I'CU. MeTonuku (METOIbI) U3MEPECHHIN;

I'OCTP 12.1.019-2009 «Cucrema cTaHmapTOB OE30MACHOCTH TpyAa.

OnexTpobe3onacHoCTb. O01Me TpeOOBaHUSI 1 HOMEHKJIATYPa BUIOB 3aIUTHDY;
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I'OCT P UCO 5725-2002 «To4HOCTHh (MPaBUIBHOCTh U MPEIIU3UOHHOCTD)
METOJIOB U PE3YJIbTATOB U3MEPEHUIT U. 1-6»;

I'OCT 12.0.004-90 «Cwuctema  craHgapToB  0€30MAaCHOCTH  Tpyja.
Opranuzaiust oOydyeHus: 6e30macHOCTU Tpyaa. OOIIMe MOT0KEHUS;

I'OCT 12.1.004-91 «Cucrema cranaaptoB O6ezonacHocTH Tpyaa. [loxapnas
6e3omnacHocTh. OOIIHE TpeOOBaHUSY,;

I'OCT 12.1.005-88 «Cuctema cranmapToB Oe3omacHocTu Tpyaa. OoOmwme
CaHUTAPHO-TUTUCHUYECKHE TPEOOBAHUS K BO3IyXY pabodeii 30HBI»;

I'OCT 12.1.007-76 «Cuctema ctaHmapToB 0e30MacHOCTH Tpyna. BpemHbie
BemiecTBa. Kiaccudukanus u oomme TpeOoBaHusl 0€3011aCHOCTY;

I'OCT 12.4.009-83 «Cucrema cranaapToB Oe3onacHOCTH Tpyaa. [loxapras
TEXHUKAa I 3amuThl  0o0BbeKkToB. OCHOBHbIE BHJIbI. Pa3smelmieHue u
00CITy>)KUBaHHUE;

PMI" 60-2003 «I'CHU. Cwmecu arrecTtoBaHHble. OOmme TpeOOBaHHSI K
pa3zpaboTkey;

PMI" 61-2010 «I'CH. ITokazarenu TOYHOCTH, MIPaBUJILHOCTH,
MPEIU3UOHHOCTH METOJIMK KOJMYECTBEHHOTO0 XHWMHMUYECKOro aHayiu3a. MeToibl
OIICHKWY;

PMI" 76-2004 «I'CH. BHyTpeHHUH KOHTpPOJb KadecTBa pPE3yJIbTaTOB

KOJIMYECTBEHHOI'O XUMHUUYECKOTO aHAJIN3ay.
3 OU3MKO-XUMHYECKHE CBOMCTBA

Ukapuun — Opyrro-hopmyna CzzHi9O15, MonekymsipHas MOHOM3OTOITHAsS
Macca 676,2367 a.e.m. CAS Ne 489-32-7. CtpykrypHas dhopmyna



http://www.standards.ru/document/4167140.aspx
http://www.standards.ru/document/4150822.aspx
http://www.standards.ru/document/4123041.aspx
http://www.standards.ru/document/4156132.aspx
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[Io arperaTHOMy COCTOSIHHUIO WKapUUH TMPEACTaBIsET Co00W Oenblit
MOPOIIIOK.
Ukaputun — Opytro-hopmyna CyiHy0Og, MoONekysipHas MOHOM3OTOITHAS

macca 368,1260 a.e.m. CAS Ne 118525-40-9. CtpykrypHas popmyiia

[Io arperaTHOMy COCTOSIHUIO HWKAapUTHH THPEICTaBIsAeT coOON Oenbli
KPUCTAUINYECKUH TOPOIIOK.
Uxkapm3ung | — 6pyrro-hopmyna Cy;H30019, MOTEKyIsIpHAsT MOHOM3OTOITHAS

macca 530,1788 a.e.m. CAS Ne 56725-99-6. CtpykrypHas dhopmyna

OH
[lo arperatHomy cocTtosHHIO wuKapu3ua | mpeactaBmsier coboi Oemnblit
KPUCTALINYECKUI TOPOIIOK.
Uxkapusun |l — 6pyrTo-popmyna Cy7H30010, MOTEKYISIpHAST MOHOU3OTOITHAS

Macca 514,1839 a.e.m. CAS Ne 113558-15-9. CtpykrypHas popmyna
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[To arperatHomy cocrossauro wukapusun |l mpeacraBiser coboit Oembrit
KPUCTALINYECKUI TOPOIIOK.
Onumenun A — 6pytro-popmyia CaoHs0O59, MOJIEKYISIpHAS MOHOU3OTOITHAS

macca 838,2895 a.e.m. CAS Ne 110623-72-8. CtpykTypHas popmyiia

[lo arperaTHOMy COCTOSIHMIO SNHMMEIUH A TMpeactaBisieT coOoil Oemnblid
KPUCTAUINYECKUI TOPOIIOK.
Onumenns B — Opyrro-popmyna CagHygO19, MOTEKYISIpHAST MOHOM30TOITHAS

macca 808,2790 a.e.m. CAS Ne 110623-73-9. CrpykTypHast popmyiia

[To arperatHoMy cocTOsHMIO »nUMeIuH B mpeacraBisier coboii Oenblid
KPUCTAJUIMYECKUN ITOPOLIOK.
Omumenun C — 6pytro-dhopmymna CzgHs0O19, MOTIEKYyISIpHAS MOHON3OTOITHAS

Macca 822,2946 a.e.m. CAS Ne 110642-44-9. CtpykrypHas popmyna
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[lo arperatHomy cocrosiHHIO snuMeanH C TpencTaBiIsieT co0oil Oemnblid

KPUCTALTAYECKUH TTOPOIIOK.
4 TpeGoBaHUSA K BHIMOJHEHUI0 AHATUTHYECKHUX HCCJIeI0BAHUI

[Ipu BBINOTHEHNUN aHAJIM3a COOTIOJAIOT CIICYIONINUE YCIOBUS:
— TeMIIepaTypa OKPYKarOIIEro BO3ayxa ot 15 no 28 °C;
— atMoc(epHOe aBlieHHE ot 84,0 mo 106,7 kI1a,

(ot 630 10 800 MM.pT.CT.);
— OTHOCHUTEJIbHAS BJIAXXHOCTh BO31yXa ot 45 o 80 %.
DKCIUTyaTallli0 CPEJICTB UBMEPEHUMN MPOBOJIAT B YCIOBUSIX, TIPUBEJICHHBIX B

PYKOBOJICTBE I10 IKCILTyaTaLMH.
5 XapaKTepucTHKA MOTPEeIIHOCTH U3MePeHH i

['paHvIbl  OTHOCUTENBHOM  NOTPEIIHOCTA  W3MEPEHUN  COJAEPIKAHMS
WKapuuHa, UKapuTHHA, ukapusuaa I, ukapusuaa Il, snmumenuna A, snumenuna B u
snumeaunaa C B OMOJIOTHYECKH AKTUBHBIX nobaBkax METOJIOM
BBICOKOI((EKTHUBHOM JKUJIKOCTHON XpomaTorpaduu ¢ IpUMEHEHUEM TaHIEMHOTO
MAaCC-CIIEKTPOMETPUUECKOTO JETEKTUPOBAHUS IPU JTOBEPUTEIBHONW BEPOSITHOCTH

P=0,95 ne nomxusl npesbimars + 17 %.
6 MeToa n3mepeHuii

6.1 Uzmepenus BBITIOJTHSIIOT METOJI0OM oOpartieHHO-(ha30BOM
BBICOKOA()(DeKTHUBHOM KHJIKOCTHOW XpomaTorpaduu ¢ IpUMEHEHHEM TaHIEMHOTO

MacCC-CIICKTPOMETPUICCKOTO ACTCKTUPOBAHUA B PEKHUMC HOHHM3alluHn
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AIEKTPOCTATUYECKUM PACHBUIEHUEM M PETUCTPALMU MOJOKUTENBHO 3apSKEHHBIX
VOHOB.

W3mepenue coniepkaHusi UKapunuHa, MKapuUTHHA, nkapusnia I, uxkapusuna ll,
snuMmenuHa A, osnumenuHa B u smumenuna C B OMOJOTHYECKH aKTHUBHBIX
N00aBKax MPOBOJAT MyTEM:

— 3KCTparupoBaHUs MKapUMHA, WKapuTHHa, wukapusuna [, uxapusuaa ll,
snuMenuHa A, snumeanHa B m  snumenuHa C U3 CONEPKUMOrO  KarcCyibl
(bmakoHa) METaHOJIOM;

— (UIBTPOBAHMS TOJTYYEHHOTO IKCTPAKTA;

— pa3felieHus  SKCTpakTa Ha  XpoMarorpauueckod  KOJOHKE  C
IOCJIEAYIOIIUM  MacC-CHEKTPOMETPUYECKUM  ONPEICICHUEM  XapaKTEPUCTHK
IEJIEBBIX KOMIIOHCHTOB B PEXKMME MOHUTOPHHTA CEIEKTUBHBIX peakiuii (SRM);

— perucTpanuy CUrHajga JeTekropa B LU(poBoil (opme c mociemayrouen
00paboTKoii ¢ ucnoas3oBanueM IBM.

6.2 JIst KOMTU4YeCTBEHHOTO OIpEIeTICHHsI COIepKaHus NKapuUHA, UKApUTHHA,
ukapuszuaa I, uxapusupna Il, snumenuna A, snumenudHa B u snumenuna C B
OMOJIOTMYECKHA aKTUBHBIX OOABKAaX METOJOM BBICOKOA(P(EKTUBHOMN KUIKOCTHOM
xpomaTtorpaguu C TPUMEHEHHEM TaHAEMHOIO MacC-CIIEKTPOMETPUUYECKOTO
JETEKTUPOBAHUS UCTIONB3YETCSI METO1 a0COTIOTHOM KannopoBku. Unentudukanms
COEJIMHEHHUI OCYUIIECTBIISIETCS 110 COOTBETCTBUIO BPEMEHHU YIEP>KUBAHUS U MacCC-
CHEKTPAJbHBIM  XapaKTEPUCTUKAM, IMOJyYEHHbIM [0 TIPagyUpPOBOYHBIM U
aHAIM3UPYEMbBIM PACTBOPAM.

Bpemst ananu3za oaHON npoObl ¢ y4ETOM IMPOOOMOATOTOBKM HE IMPEBBIIIAET

1,54.

7/ CpencTBa u3MepeHuii, BCIOMOraTeJbHbIe YCTPOMCTBA U TEXHUYECKHE

CpeacTBa, MOCY/1a, PEAKTHBBI U MATEPHUAJIbI
7.1 CpencrBa usmepeHui

7.1.1 XKunkoctHoit xpomarorpad wmoaenu UltiMate 3000RS  «Dionex»

¢upmbr  «Thermo Scientificy, ¢  HacocomM, BCTPOEGHHBIM  JE€ra3aTopoM,
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00OpYyZIOBaHHBI  CHCTEMOW aBTOMAaTHYECKOrO BBojga MmpoObl, C  Macc-
CIICKTPOMETPHYECKUM JCTEKTOPOM BBICOKOTo paspemrenus Q Exactive ¢upmbl
«Thermo Scientific» ¢ 37aeKTpopacHbUIMTENFHON HOHU3ALKMEN TTpU aTMOChepHOM
napiieHuu (kjacc ToyHocTH 1, auamazon uamepenus 50 - 2000 a.e.Mm., 3HaYCHUS
CKO mno BpeMmeHH ynepKMBaHUA M MO IUIOMIATU XpoMaTorpaduueckoro muka He
npeBeimaloT 10 % u 5% coorBercTBeHHO). Xpomarorpaduyeckas KOJOHKA
HYPERSIL Gold aQ mmunHo# 150 MM ¥ BHYTpeHHHM AuameTpom 2,1 MM, pa3mep
copoenta 3 MxM. OBM Dell ¢upmbr «Dell electronics» ¢ mnporpaMMHbIM
obecrieueHueM 1t cOopa u 06padoTku gaHHBIX X Calibur, Bepcust 2.2,

7.1.2 Becbl maboparopubie snektpornbie XP Analytical momens XP-56 ¢
norpemHoctbio B3emmBanus =+ 0,00000lr u awanma3oHOM B3BEHIMBAHUS OT
0,00001 mo 52,0 r, mpousBoacTBa kommanuu «Mettler Toledoy, [Isetinapus.

7.1.3 JlozaTop MEXaHMUYECKH C BapbUPYEMbIM OO0BEMOM JO3UPOBAHUS
(0,1-1,0) mn, mpenen Tounoctu =+ (2,0...0,6) %, OOO «Biohity, POuHIAHIHS,
kat. Ne 720060.

7.1.4 JlozaTop MEXaHMYECKH C BapbUPYEMbIM OO0BEMOM JO3WPOBAHUS
(1,0-5,0) mn, npenen Tounoctu =+ (2,0...0,5) %, OOO «Biohity, OuHIAHIMS,
kat. Ne 720110.

7.1.5 Humuaap 1-50-1 TOCT 1770-74.

7.1.6 Humuuap 1-1000-1 TOCT 1770-74.

7.1.7 Jlo3aTop MEXaHMUYECKH C BapbUPYEMbIM O0BEMOM JO3WPOBAHUS
(0,01 -0,10) mn, mpemen tounoctu = (3,0...0,8) % mpomsBoACTBA KOMIIAHHH

«Sartorius Biohit Liquid Handingy, ®unnsuaus, kat. Ne 720050.
7.2 Beciomorarte/ibHbIE YCTPOiicTBa

7.2.1 Ulkad cymmnbubii Tuna SNOL 67/350, nuanma3oH aBTOMAaTHYECKOTO
perymupoBanus Temreparyp (50-350) °C, OO0 «CHOJI-TEPM».
7.2.2 Banna ynpTpasBykoBas «Ceperay Y3M 001 TY CVYP 3.836.007,

Poccus.
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7.2.3 XonoaunbHUK OBITOBOW ¢ MOpo3uibHOM Kamepoit mo 'OCT 16317-87,
Poccus.

7.2.4 AxBagucTUiuIITOp 2NeKTpudeckuii, tun J9-4-2M, TY 64-1-721-79,
Poccus.

7.2.5 YcranoBka i mnoiydeHuss jaeronHuzoBaHHoM Bojasl NANOPure
dupmer «Thermo Scientificy, CILA.

7.2.6 Lentpudyra nuskockopoctHas Eppendorf 5702, obecneunBarorias
MaKCUMaJIbHYI0 ~ CKOpOoCTh  BpamieHuss  jgo 4400 o6/mun,  I'epmanus,
kat. Ne 5702 000.019.

7.2.7 OpbOutaneneii meiikep MS 3 basic, ¢ MakcumanbHOW CKOPOCTBIO
BpamieHuss 3000 o6/mMun mpousBoacTBa (Gupmsl «IKA», T'epmanus, kat. No
3617000.

7.2.8 OunbTpoBalibHBIE HAacaaKku Ha mmmpuil Spartan nuamerpom 30 MM ¢
pazmepom mop 0,20 mxM npousBojacTBa hupmbl « Whatmany, kat. Ne 9.049 941.

7.2.9 Hnpur  Spartan  BmectuMocThio 10 M  TPOM3BOACTBA  (PUPMBI
«Whatmany, xat. Ne REF 309604.

7.2.10 YnapuBaTenb-KOHIICHTpAaTOp Ha 6 MOPTOB MPOU3BOJACTBA (PUPMBI

«Supelcoy, kar. Ne 22971, CIIA.
7.3 Ilocyna

7.3.1 Buanpl CTEKISHHbIE C T€PMETHUYHO 3aBUHYMBAIOIIUMUCS KPBIIIKAMH
BMECTHMOCTBIO 15 M1 dupmer «Supelcoy, CIIIA, kat. Ne 27161,

7.3.2 Buanbl CTEKJISIHHBIE C T€PMETUYHO 3aBUHYMBAIOLIUMUCS KPBIIIKAMU
BMECTHUMOCTBIO 2 MJT pupmbl «Supelcoy, CIIA, kat. Ne 27029-U.

7.3.3 lllmatens MeTalmmuueckuii U3 Hepxkaperomei cramm 150x5 mm, Heinz
Herenz Medizinalbedarf GmbH, I'epmanus, kat. Ne 1110221.

7.3.4 Crakanuuk st B3BemmBanust CB-19/9 TOCT 1770-74.

1 o v
B cootBercTBHM ¢ MexmyHapomHoil cuctemor enuHun (CH) BHeCHCTEMHas EIWHHIA <JTATP» (J1)
JOIYCKaeTcsl K NPUMEHEHHIO HAPABHE ¢ KyOMYECKHM IELMETpPoM (IM°), a TAkKe KPaTHbIC M JONBHBIC OT Hed

€IMHMLBI 00BEMA - «(MWLTHIIUTP» (M), «MUKPOJIUTP» (MKJI) U T.II.
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7.3.5 Byteuib  BMectumocThio 1000 M pupmer - «Kavalier», UYexus,

kat. Ne 2070/M.
7.4 PeakTUBBI 1 MaTePHUAJIbI

7.4.1 MetunoBsiid ciuptT (Metanos) aia BOXKX mpousBonacTtBa koMnaHUU
«Merck», I'epmanus, kat. Ne 1.06018.2500.

7.4.2 Boaa nuctuumpoBansasi, [OCT 6709-72.

7.4.3 Azot razoo0pa3sHbiii, ocy, mapku A, TY 51-940-80.

7.4.4 UkapuuH — cTaHJapTHBIA oOpaselny C CcoAepkaHUEM OCHOBHOTO
BemiecTBa He MeHee 95,0 %, npou3BoacTBa kommanuu «PhytoLaby, kat. Ne 89714.

7.4.5 UkaputuH — cTaHIapTHBIA oOpasel ¢ CcoJepKaHUEM OCHOBHOIO
BeriecTBa He MeHee 95,0 %, mpousBoacTBa komnanun «PhytoLaby, kat. Ne 80478.

7.4.6 Ixapm3ua | — cranmapTHbeIii oOpasenr ¢ coaepKaHHeM OCHOBHOTO
BeriecTBa He MeHee 95,0 %, mpousBoacTBa komnanuu «PhytoLaby, kat. Ne 83316.

7.4.7 Ukapus3un |l — cranmapTHbIii oOpaszell ¢ coiep’KaHUEeM OCHOBHOTO
BeriecTBa He MeHee 95,0 %, npousBoacTBa kommanuu «PhytoLaby, kat. Ne 83286.

7.4.8 DnumennH A — cTaHgapTHBIA OoOpasell ¢ CojAepKaHUEM OCHOBHOTO
BeriecTBa He MeHee 95,0 %, npousBoacTBa kommanuu «PhytolLaby, kat. Ne 80586.

7.4.9 Dnumenun B — cranmapTHbIii 00paser] ¢ colepKaHHEM OCHOBHOTO
BeriecTBa He MeHee 95,0 %, npousBoacTa kommanuu «PhytoLaby, kat. Ne 80587.

7.4.10 Ormumenuu C — cTaHmapTHBIA 00paser] ¢ cojaepKaHUEM OCHOBHOTO
BemiecTBa He MeHee 95,0 %, npousBoacTa kommanuu «PhytoLaby, kat. Ne 80588.

7.4.11 Kanuit aByxpomoBokucibiid, 4., FOCT 4220-75.

7.4.12 Kucnora cepHas KoHIeHTpupoBaHHas (p=1,84 «xr/m), x.4.,
['OCT 4204-77.

7.4.13 Kaptpumxu nnst tBepaodasHoit skerpakuu HLB BmectrmocTbio 6
M1 ¢ Maccoi copbenta 200 mr mpowusBojacTBa kommanum «Supelcoy, CIIA,
kat. Ne 54183-U.

7.4.14 Aneronutpun ana rpaguentHor BOXKX mpowusBojcTtBa KoMmaHuu

«Panreacy», CIIIA, kar. Ne 221881.1611.
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7.4.15 MypagbuHas kucnora «uist BOXX» 98 %, nponszBoacTsa koMaHuu
«Fluka», kat. Ne 56302-1L.

7.4.16 Bona nenonusosannas, OCT P 52501-2005.

[Ipumeuanus

1 CpenctBa usMmepeHuii noykHBI ObITh BHeceHbl B ['ocpeectp CU PD u
MOBEPEHbl B YCTAHOBJIEHHBIE CPOKH, MUMETh KIEWMO W/MIU CBHUJETEIHCTBO O
IIOBEPKE.

2 PeakTuBbl M Marepuaibl JOJDKHBI MMETh MACMopTa WM CepTU(UKATHI,
MOATBEPAKAAIONINE UX TPUTOTHOCTb.

3 Homyckaercs MIPUMEHCHUE IPYTUX CPE/ACTB M3MEPEHUH,
BCIIOMOTATENbHBIX  YCTPOWCTB, MOCYIbl, pPEAKTUBOB M  MaTepuajoB C
METPOJIOTUYECKUMU U TEXHUYECKUMH XapaKTEPUCTUKAMU HE XyXe, YeM Y

MIPUBE/ICHHBIX B paszeie 6.
8 TpeOoBaHusi K KBATU(UKALMHE ONIEPATOPOB

K BbINOIHEHUIO pabOT JOMYCKAIOT JUL, UMEIOIUX KBATH(PUKALNIO XUMHUKa-
aHAJINTUKA WIN TEXHUKa-aHAJUTHKA, MPOLISAIINX MPOU3BOJACTBEHHOE OOyUYEeHUE,
MPOBEPKY 3HAHUM M MPAKTHUYECKHUI OMBIT padOThl B XMMUYECKUX J1TA00OpATOPUAX C
peakTUBaMM M JICKAPCTBEHHBIMU IIpenapaTaMd M HE HMMEKIIMX MEIULMHCKHUX

ITPOTHUBONOKA3aHUM.
9 TpeGoBanus 6€30MACHOCTH U OXPaHbI OKPY:KaloIeii cpebl

9.1Tlpu BBHIIOJIHEHUH W3MEPEHHUM COOMIOMAIOT TPEOOBAHUS TEXHUKH
0e30macHOCTH TP TMPOBEACHUU pabOT ¢ BPEAHBIMA  BEUIECTBAMH  I10
I'OCT 12.1.007-76.

9.2 TpeOGoBanus TEXHUKH 0€30MACHOCTH TIPH pabOTe C DIEKTPOYCTAHOBKAMU
o 'OCT 12.1.019-2009.

9.3 TpeOoBanuss  opraHuzanuu  OOy4YeHHS  pabOTAIONIMX  TEXHUKE

oesomacuocti mo ['OCT 12.0.004-20009.
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9.4 TlomernieHus Uit BHIIOTHEHUS] U3MEPEHUHN JOKHBI OBITH 000PYI0BaHBI
MPUTOYHO-BBITSDKHON BEHTWJISIIMEH, OOecreunBaIeid TpeOdyeMyro KpaTHOCTh
oOMeHa Bo3ayxa Ha pabounx mectax. CofepikaHue BPEIHBIX BEIIECTB B BO3IAyXe
paboueii 30HBI HE JOJDKHO MpeBbImaTh HopM, yctaHoBieHHbIX ['OCT 12.1.005-88.

9.5 [loMemienre abOpaTOpuUu  JOJKHO COOTBETCTBOBATH TPEOOBAHUSIM
noxxkapHoit 6e3omacHoctu no ['OCT 12.1.004-91 u ObITh 000pYyIOBaHHBIM
cpenctBamu noxaporymrerus o ['OCT 12.4.009-83.

9.6 HopMupoBanue 10 OIIEHKE CBETOBOM Cpellbl OCYLIECTBISETCSA 10
orpacieBomy 0OazoBomy gokymenty CHull 23-05-95 «EcTtecTtBenHoe U
UCKYCCTBEHHOE OCBEILICHHUE.

9.7 lpu ycTraHOBKE, MOHTaXe U OJKCIUTyaTallud XpoMmarorpaduyueckon
cuctemsl cienyeT codmonats [1b 03-576-03 «IIpaBwmia ycrpoiicTBa 1 6€301acHOM
HKCIUTyaTallMl COCYJI0B, paOOTAIOLINX MO JABICHUEM.

9.8 lcnonHutenu AOMKHBI OBITHh MPOMHCTPYKTHUPOBAHBI MO JIAOOPATOPHOU
WHCTPYKIIMU O MEpax TeXHUKHU OE30MacHOCTH U JOMYIICHBI K TPOBEACHHUIO padoT.

9.9 IIpon3BOACTBEHHBIE OTXOABI U TPATYUPOBOYHBIE PACTBOPHI COOUPAIOTCS

B CITCIIMAJIbHBIC €MKOCTH M YHUUYTOKAIOTCS YCTAHOBJICHHBIM TTOPSIKOM.
10 IMoaroToBKa K BHINOJHEHUIO H3MepPeHU
10.1 Ocyuika 1 0YMCTKA ra3oB

JUJIsi OYMCTKM Ta30B, UCIOJB3YEMbIX MPU aHAIU3€, MPUMEHSIOT (DUIBTPHI,

PEKOMEHAOBAaHHBIE PYKOBOACTBOM 10 IKCILTyaTallMK MacC-CIIEKTPOMETpA.
10.2 IToaroroBKa nMocyabl

[Tocyna, ucnonb3dyemasi Jyisi TPUTOTOBJICHUSI PACTBOPOB U AHATMTHYECKUX
u3MepeHuii, 3amaumBaeTrcs Ha (3-4) yaca B CBEXKENPHUTOTOBICHHOM 3 %-HOM
pactBope aAByxpomoBokucioro kamus (7.4.11) B cepnoii kuciore (7.4.12) (51
JBYXpOMOBOKHUCHOr0 Kanusi Ha 100 MJ KOHLIEHTPUPOBAHHOW CEPHOM KHUCIIOTHI).
Jlanee OTMBIBaeTCs B MNPOTOYHOM BOJAE C MOCIEAYIOLIMM MHOTOKPATHBIM

OTIOJIACKUBAHUEM JUCTHIUIUPOBAHHOU BOoM (7.4.2), MOIYy4YEHHOW TPHU MOMOIIU
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akBaauctwuisitopa (7.2.4). Ilocrne BeicymmBaHus B cymwibHOM mmikady (7.2.1)
npu temrepatype 150 °C mocyny cienyer XpaHUTh T'€pMETHYHO 3aKpBITON 0Oe3

JIOCTyTIa BIIATH.
10.3 IlpuroroBjieHUe pacTBOPoOB 1 0ydepon

JItoObie pacTBOpPHI U CyOCTaHIIMU TE€pe] B3BEIIUMBAHUEM WM pa30aBlieHUEM
HEOOXOMMO JIOBECTH 0 KOMHATHON TEMIIEPaTyphl.
[locne mpuroToBiIeHUST PAcTBOPOB Ha OYThUIM HAKIIEUBAIOT ITHKETKH C

HAaUMEHOBAHHUEM PAacTBOPa, KOHIIEHTPALMEH U 1aTOW MPUTOTOBIICHUSI.
10.3.1 IIpuroroB/ieHne NOABUKHOI (pa3bl

Jist  mpoBeneHus — XpoMarorpauueckoro  aHaiM3a — UCIOJIb3YeTCs
JIBYXKOMITOHCHTHAs TOABUKHAS XkuiKkas (a3za:

— xomrnoHeHT A — 0,1 %  pacTBOp MypaBbMHOM KHUCJIOTBI B  CMECH
JICMOHU30BAaHHOW BOJIBI C AllETOHUTPUIIOM Mapku «uigs BOXX» B cooTHOmIeHNN
KOMIOHEHTOB 95:5 (00beMm.);

— xommoHeHT B — 0,1 % pacTBOop MypaBbMHON KHCJIOTHI B alleTOHUTPHUIIC
Mapku «ais1 BOKX».

Hust mpurotonenust 0,1 % pactBopa MypaBbHHON KHCJIOTBI B CMECH
JIEMOHW30BAaHHOM BOJABI C AIlETOHUTPWIOM (B COOTHOILIEHHMH KOMIIOHEHTOB 95:5
00beM.) B MepHbId IimHAP eMkocThio 1000 miu (7.1.6) BHOcAT 500 mu
nevionu3oBanHo  Bomael  (7.4.16). Jlamee mo03aTOpOM  MEXaHHYECKHM  C
BapbUpyeMbiM o0beMoM no3upoBanus (1,0 -5,0) mu (7.1.4) BrHocat 1,0 ma
MypaBbUHOUN KUCHOTHI (7.4.15) 1, ¢ UCTIOAB30BAHUEM MEPHOTO HUIMHAPA 00bEMOM
50,0 mi (7.1.5), BHOCAT 50,0 M arleTOHUTPHUIIA MAPKU «JIJIs1 TpaareHTHO BOXX)
(7.4.14) w posomar mo metku 1000 ™M  gewionwm3oBaHHOM Bojoi (7.4.16).
[IpuroroBeHHbBII pacTBOP MEpPEIUBaiOT B OyThUIb BMecTUMOCTRIO 1000 Mt (7.3.5),
IJIOTHO 3aKPBIBAIOT KPBIIIKON U TIIATEIBHO MEPEMELINBAIOT.

Jnst npurorosnenus 0,1 % pactBopa MypaBbHUHOM KUCIIOTHI B allETOHUTPUIIE

B OyTbulh BMecTHMOCThIO 1000 mur (7.3.5) MEpHBIM HIUIMHIPOM BMECTHMOCTBIO
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1000 mu (7.1.6) BHOCAT 700 MIT alleTOHUTPUIIA MAPKH <«JUTsI TpagueHTHO BOXKX)»
(7.4.14). [lanee [m03aTOPOM MEXaHWYECKHM C BapbUPYEeMBIM O00BEMOM
no3uposanus (1,0-5,0) mut (7.1.4) Buocsar 1,0 M mypaBsuHoi kucioTsl (7.4.15), u,
C WCIOJIb30BaHUEM MEpHOTro ImHaApa BMecTuMocThio 1000 mi (7.1.6), BHOCAT
300,0 M aneronuTpuna Mapku «is rpagueHtHort BOXX» (7.4.14), pactBop
TUTOTHO 3aKPBIBAIOT KPBIIIKON M TIIATEILHO IMEPEMEIIUBAOT.

Cpok XpaHEeHHs PUTOTOBICHHBIX PACTBOPOB IpH Temreparype (25 + 2) °C

He 0oJiee ceMu THEH.

10.3.2 IlpuroroBjienue arrectroBaHHoii cmecu (AC) wuKkapumHa,
uKaputuHa, ukapusuaa I, mxapusuaa II, snumvennna A, 3numennHa B u

snuMeauHa C B METHJIOBOM criUpTe ¢ KOHUeHTpauuei 0,1 mr/mu

B Buane Bmectumocthio 15 mi (7.3.1) Ha aHamuTHueckux Becax (7.1.2)
B3BemmBaroT (10,0 £0,1) Mr crammapTHoro obOpasma wukapuuHa (7.4.4).
KonuuectBo metwiioBoro cnupra V, M, KOTOpOo€ HEOOXOAUMO A00aBUTH ISt
MPUTOTOBJICHHS] UCXOJHOTO PacTBOpa CTAHJIAPTHOTO 00pasiia ¢ KOHIEHTpAaIueH
1 Mr/mi1, Beraucisiercs mo gpopmyse

_ nxu
cx100 (1)

IJIe 4 — MaccoBasl JIOJIsl BEIIECTBA B CTaHAApTHOM oOpasiie, %, yKka3aHHas B

nacrnopTte Ha obpasell;

M — HaBeCKa CTaHIapTHOTO 00pasiia, MT;

C—MaccoBas KOHIICHTpAllUs WKapUMHA B HUCXOJHOM  pPacTBOpE
(c=1,0 mr/mm).

PacuetHoe koimdecTtBo MetmioBoro crupra (7.4.1) orOuparoT m103aTOpoM
MEXaHUYECKHUM C BapbUpyeMbIM oObemoM mo3upoBanus (1,0 - 5,0) mu (7.1.4). B
BUAJTy C HABECKOU T0OABIISIIOT TpeOyeMoe KOJIMYECTBO METHIOBOTO criupTa (7.4.1),
3aKPBIBAIOT KPBIIIKOW W THIATEIHHO MEPEMEIINBAIOT HA OPOUTAIBLHOM IIEHKepe

(7.2.7) B Teuenue 1 MUHYTBHI.
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AHaJOTUYHBIM CIIOCOOOM TOTOBSIT HCXOJIHBIE PACTBOPHI CTaHIAAPTHBIX
obopasnoB wukaputuHa (7.4.5), wkapwsupal (7.4.6), wkapwsmmall (7.4.7),
snumernaa A (7.4.8), stumenuna B (7.4.9) u snumenuna C (7.4.10) B meTuiioBOM
criupre (7.4.1) ¢ konnentparusamu 1,0 Mr/mi.

B Bumamy Bmectumocthio 15 M (7.3.1) m03aTopoM MEXaHHYECKHM C
BapbupyeMbiM 00beMoM po3upoBanus (0,1-1,0) mu (7.1.3) BHOcaT mo 1,0 mur
UCXOJHBIX pPAacTBOPOB HWKapUHMHA, WKapuThHa, wuKapusuaa l, wukapuzuna ll,
snuMennHa A, osnumeanHa B u  snumennna C B METWIOBOM — CIIUPTE €
koHIeHTparueir 1,0 mr/mir m 3 mi Meranona (7.4.1), 3aKkpbIBalOT KPBIIIKOM,
TIIATEILHO TMEpPEeMEIINBAOT M 00padaThIBalOT B YJbTpa3BykoBoil BaHHE (Y3B)
(7.2.27.2.2) B TeueHue 5 MuH.

Cpox xpanenust AC B MeTisioBoM criupte nipu temneparype (5,0 £ 1,0) °C —

He 0oJiee 72 4acos.

10.3.3 IIpuroroBjieHue rpaaynpoBodHbiX pactBopoB (I'P) uxapumna,
uKaputuHa, ukapusuaa l, uxkapusuga ll, snumeauna A, ’numenuHa B u

INMMMMEINHA C B MeTHJIOBOM cnupTe

N3 AC wukapuuna, ukaputuHa, uxkapusunaa |, ukapusuzaa ll, snumenuna A,
snumennHa B u snumennna C ¢ koHreHTpanuei 1,0 Mr/mMi myTteM cMeUIMBaHUs U
KpaTHOTO pa30aBjeHUS METUJIOBBIM CIIMPTOM TOTOBSAT ceMb ['P, KOHIIEHTpaIu u
aJITOPUTM MPUTOTOBJICHUSI KOTOPBIX YKa3aHbl B Ta0aunax 1 u 2.

I'P roroBsit B TOT 3¢ AeHB, 4TO U AC.

Tabmuna 1 — Konuentpauun I'P ukapumna, wukaputuHa, wukapusyaal, wuxapusuaa ll,
anuMennHa A, sanuMenuHa B u snumennna C B METUIIOBOM CIIUPTE

IIpurorasiuBaemslii PactBop AC nnu I'P, ucnionb3yemslit .
MetnnoBslil ciupT
pacTBop JUTS pa3BeCHUS
NoNe | Konuenrtpanus KoHnuenrpanus OBBEM, OBbéw,
I'P KOMITOHEHTA, KOMITOHEHTA,
M1 MI
MI/MIT MI/MJT
1 5,0x10 0,1 5,0 5,0
2 2,5%10° 0,1 2,5 75
3 1,010 0,1 1,0 9,0
4 5,0x107 0,1 0,5 9,5
5 1,0x107 1,0x107 1,0 9,0
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[IpuroraBnuBaeMbIit PactBop AC wm I'P, ncnosib3yemblit N
Metunosslii ciupT
pacTtBop JUISL pa3BEACHUSA
6 5,0x10" 5,0x107 1,0 9,0
7 1,0x10™ 1,0x10° 1,0 9,0

Tabmuua 2 — Anroputm npurotosienus ['P ukapunna, nkaputnna, nkapusuna I, uxkapusuna ll,
snuMeauHa A, snumenuHa B u snumeauna C B METUIIOBOM CIIUpTE

NoNe
TP

Konuenrpa-
mus I'P,
MI/MII

AOconroTHas
MOTPEIIHOCTh
aTTECTOBAHHOI'O
3HadueHus [P,
MI/MII

MeTO,Z[I/IKa IMIPUTOTOBJICHUA

AC

0,1

4,02x107°

AC HMKapHuMHAa, WKApUTHHA, ukapusuja l,
ukapusuga I, »snumenuna A, »snumeauHa B u
snumennna C rorossares B coorsercTsuu ¢ 1r. 10.3.2

I'P1

5,0x107

2,04x107

JlozaTopoM  MEXaHMYECKUM C  BapbUPYEMbIM
oobemoMm  mosupoBanms  (1,0-5,0) mn  (7.1.4)
orouparor 5,0 Mn AC wukapuuHa, WKApUTHHA,
ukapusuaa I, ukapusuaa I, SMUMeInHa A,
snumenuHa B u osnumenuna C ¥ moMemarmT B
BHany BMmecTHMOCThIO 15 mi (7.3.1). Jlozatopom
MEXaHHYECKUM C  BapbUpPyeMbIM  00BEMOM
nosupoBanus (1,0-5,0) mi (7.1.4) moGasmnsror 5,0
MJ1 MeTuioBoro cnupta (7.4.1). Buany 3akpbiBaoT
KPBIIIKOW W PacTBOP TIIATENFHO MEPEMENINBAIOT C
UCIIOJIb30BaHUEeM OpOHTanbHOro Ieiikepa (7.2.7)
npu 3000 06/MUH B TeyeHHE 2 MUH U B TEUEHHUE 5
MuUH 00pabateiBaioT B Y3B (7.2.2).

I'P2

2,5%1072

1,13x10°

JlozaTopoM  MEXaHHMYECKUM C  BapbUPYEeMBIM
oobemom  mosupoBanus  (1,0-5,0) mn  (7.1.4)
orbupatror 2,5 mMn AC wukapunHa, HUKApUTHHA,
nkapusuaa I, nkapusuzaa I, SMUMeInHa A,
snuMenHa B u snumenuna C ¢ KOHIEHTparein
0,1 Mr/mMi. 1 mOMeNIarT B BUalTy BMECTUMOCTHIO 15
vt (7.3.1). Jlo3aTopoM  MEXaHHYECKHUM  C
BapbHpyeMbIM 00beMoM jo3upoBanus (1,0-5,0) mu
(7.1.4) noGaBnsror 7,5 MJI METHUIJIOBOTO CIHApPTA
(7.4.1). Buany 3aKkpbIBalOT KpPBIIMIKOH U PacTBOP
TIIATEIIFHO TEPEMEIINBAIOT C HCIOJIb30BAaHHEM
opoutansHoro meikepa (7.2.7) mpu 3000 06/mMuH B
Te€4YeHHEe 2 MHMH U B T€YeHHE 5 MUH 00pabaThIBAIOT B

V3B (7.2.2)

I'P3

1,0x107

4,19x10™

Jlo3aTopoM  MEXaHWYECKHM C  BapbHPYEMBIM
oobemom  mozupoBanus  (0,1-1,0) M (7.1.3)
oroupatror 1,0 mn AC wukapuuHa, UKapUTHHA,
ukapusuaa I, nkapusuzaa I, SMUMeInHa A,
snumeanHa B u snumenuna C ¢ KOHIEHTpauuen
0,1 Mr/mMi. ¥ TOMENIA0T B BUATy BMECTUMOCTBIO 15
ma  (7.3.1). JlozatopoM  MEXaHWYECKUM C
BapbupyeMbiM 00beMoM jo3upoBanus (1,0-5,0) mu
(7.1.4) noGaBasror 9,0 M METHJIOBOTO CIIHpPTa
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NoNe
TP

Konuenrpa-
s I'P,
MI/MJI

AOconroTHas
MOTPEIIHOCTh
aTTECTOBAHHOI'O
3HadueHus [P,
MI/MII

MeTO,Z[I/IKa IMPUTOTOBJICHUA

(7.4.1). Buany 3akpbIBalOT KPBIIIKOH U PacTBOP
TIIATEJIIBHO IE€PEMEIINBAIOT C  HCIOJIb30BaHHEM
opourtansHoro meikepa (7.2.7) nmpu 3000 06/mMuH B
TEUYeHHe 2 MUH U B TEUEHHE 5 MUH 00pabaThIBaOT B
V3B (7.2.2)

I'P4

5,0x103

2,17x10™

JlozaTopoM  MEXaHMYECKUM C  BapbUPYEMbIM
oobemom  mo3upoBanus  (0,1-1,0) M (7.1.3)
orobupator 0,5 mn AC wukapuwiHa, WKapUTHHA,
ukapusuaa I, ukapusuaa I, SNUMenuHa A,
snumenuna B u snumennna C ¢ KOHIEHTpalei
0,1 Mr/mMn 1 TOMEMAIOT B BUATTy BMECTUMOCTBIO 15
ma  (7.3.1). JlozatopoM  MEXaHUYECKUM C
BapbUpyeMbiM 00beMoM jo3upoBanus (1,0-5,0) mi
(7.1.4) npoGaBasroT 9,5 M METHIJIOBOrO CIIHpPTa
(7.4.1). Buany 3akpbIBalOT KpBIIMIKOH W pacTBOp
TIIATEJIbHO TEPEMEIINBAIOT C HCIIOJIb30BAaHUEM
opoutansHoro meikepa (7.2.7) mpu 3000 06/mMuH B
Te4YeHHe 2 MHMH U B TeYEHHE 5 MHH 00pabaThIBAIOT B
V3B (7.2.2)

I'P5

1,0x107

435%107

Jlo3aTopoM  MEXaHUYECKUM C  BapbUpyeMbIM
oobemom  mosupoBanus  (0,1-1,0) mn  (7.1.3)
oroupator 1,0 mn I'P3 ukapumna, ukapuTHHA,

ukapusuaa I, ukapusuga I, SHUMeanHa A,
snuMenrHa B u snumenuna C ¢ KOHUEHTpaluei
1,0x 102 Mr/m. Hu IOMENIAIOT B BHAITY

BMectuMocThio 15  wmn (7.3.1). [lo3aTopom
MEXaHHYEeCKUM C  BapbUPYEeMbIM  00BEMOM
nosupoBanuss  (1,0-5,0) ma  (7.1.4) nobGaBasroT
9,0 mn wmermmoBoro crupra (7.4.1). Buany
3aKpBIBAIOT  KPBIMIKOM M  pacTBOp  TIIATEIBHO
MEPEMENINBAIOT C UCTIOIB30BAHUEM OPOUTAILHOTO
metikepa (7.2.7) npu 3000 06/MuH B TeueHHe 2 MUH
U B TeueHue 5 MuH obpabateiBaoT B Y3B (7.2.2)

I'P6

5,0x10™

2,25%107

Jlo3aTopoM  MEXaHHYECKHMM C  BapbUpPYyEMbIM
oobemom  mosupoBanms  (0,1-1,0) mn  (7.1.3)
orouparor 1,0 mm I'P4 wukapumnHa, WKapuUTHHA,

ukapusuaa I, ukapusuaa I, aMuMeanHa A,
snuMenuia B u snumenuna C ¢ KOHUEHTpaluei
5,0x 103 mMr/m. u IIOMEIIAOT B BHAITY

BMectuMocThio 15 wmn (7.3.1).  [lo3aTopom
MEXaHWYECKHUM C  BapbUPyeMbIM  O00BEMOM
nosupoBanus  (1,0-5,0) mn  (7.1.4) nmoGamnsroT
9,0 mn wmermmoBoro crmmptra (7.4.1). Bwuany
3aKpBIBAIOT KPBIIIKOM M  PacTBOpP TIIATEIHHO
MEPEMEIINBAIOT C UCIOIB30BAaHUEM OPOUTAILHOTO
meiikepa (7.2.7) mpu 3000 06/MuH B TeueHue 2 MUH
U B TeueHne 5 MuH 00pabateiBaioT B Y3B (7.2.2).
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AOconroTHas
Konuenrpa- IIOrPEIIHOCTD
s I'P, aTTECTOBAHHOT'O Metorka NpUroTOBJICHUS
MI/MIT 3HauecHus ['P,
MI/MJI

NoNe
TP

Jlo3aTopoM  MEXaHHYECKUM C  BapbUPYEMbIM
oobemom  mozupoBanms  (0,1-1,0) i  (7.1.3)
oroupator 1,0 mn ['P5 wukapumna, wuxapuTHHa,
ukapusuna I, ukapusuna ll, SMUMENNHA A,
snumenuua B u snumenuna C ¢ KOHUEHTparuei
1,0x 103 mMr/m. u OMENIAIOT B BHAITY
BMectuMocThio 15 wmnm (7.3.1).  [lo3aTopom
MEXaHWUYECKUM C  BapbUpPyeMbIM  00BEMOM
nosupoBanus  (1,0-5,0) mn  (7.1.4) npoGamnsior
9,0 mn wmermnoBoro cmnupra (7.4.1). Buany
3aKpBIBAIOT KPBIIIKOW M PacTBOpP  TIIATEIHHO
MEePEeMEIINBAIOT C HCIOJb30BAaHHEM OpPOUTAIHLHOIO
meiikepa (7.2.7) mpu 3000 06/MuH B TeueHHEe 2 MUH

I'P7 1,0<10™ 4.45x10°

U B TeueHue 5 muH obpabateiBaor B Y3B (7.2.2)

Cpox xpanenust I'P ipu Temneparype (5,0+1,0) °C — 3 cyTok.
10.4 IloaroroBka xpoMaTorpadguuyeckoii KOJOHKHU

XpoMarorpaguueckyro  KOJOHKY  YCTaHaBJIMBAIOT B  TEpMOCTar
xpomaTorpada, HoJCOEIUHSIOT K CUCTEME U NMPOMBIBAIOT MOJBHXKHOM (ha3oi mo
NpuUBEACHHOW HIke mnporpamme. OOBEMHBIM pacxol MOABMKHOM  (pa3bl
ycranapimuBaoT 0,5 mui/muH. Temmepatrypy Tepmocrtara ycrtaHaBiauparor 30 °C.
M3MeHeHrne COOTHOIIEHHMsS] KOMIIOHEHTOB TOJABMXKHOW (ha3bl OCYIIECTBISIIOT
crynendaro: 90 % xommnoHeHTta B — mpombIBarOT cuctemy B TeueHue 30 MHUHYT,
50 % xommonenta B — mpombBatoT cucremy B Tedenwe 30 muHyT M 20 %
KOMIOHEHTa B — mpombIBatoT cucteMy B TeueHue 1 yaca.

[Tocne okoHYaHUS MPOMBIBKM CHUCTEMBI YCTaHABIMBAIOT pabOyue yCIIOBUS

20 % xkomnonenTa B.

10.5 YcaoBuss  xpomatorpauueckoro  pasjiejeHusi ¥ Macc-

CeJIEKTUBHOIO JIeTeKTHPOBAHMS
10.5.1 YcaoBusi xpomatorpaguueckoro pasjieseHust

[ToaBuxHas daza — koMroHeHT A — 0,1 % pacTBop MypaBbMHON KHUCIOTbI
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B CMCCH JCHMOHMN30BaHHAasA BOI[a/aI_IeTOHI/ITpI/IJ'I MapKu

«mst BOXKX» (95 % 06/5 % 00);

— xkoMmmoHeHT B — 0,1 % pacTtBop MypaBbUHOI KHUCIOTHI

B allETOHUTpHIIE MapKu «1s1 BOXXX».

Pexum ['pannenTHBIN

XxpoMarorpaduyeckor CooTHolenre KoMnoneHToB | CKOpocTh

0 DJTIOUPOBAHHUS Bpems, mun HOABMKHOM (ha3el IIOTOKa,

A, % B, % MJI/MUH

0,0 80 20 0,6
1,0 80 20 0,6
4,0 75 25 0,6
4,5 60 40 0,6
7,5 5 95 0,6
10,5 5 95 0,6
11,0 80 20 0,6

Temmneparypa 45 °C

TCPMOCTAaTa KOJIOHKH

O6bvem BBOga mpoOsr 0,003 mur

Bpewms ananusa 15

MUH

10.5.2 YcaoBusi paboThl MacC-CIEKTPOMETPHYECKOTO IeTEKTOPA

Macc-crekTpoMeTpruIeCKui

JETEKTOP

Pexxum ncrounnka HOHU3al N

PexuMm nerektupoBaHust

CKOpOCTh MOTOKA ra3a-oCyIInTENs

CKopoCTh MOTOKA BCIIOMOTaTEILHOTO

rasa

MaCC-CIICKTPOMCTP BBICOKOI'O pa3pCHICHUA

QExactive ¢ HCTOYHMKOM HOHHU3AIUH
HESI-II

Nonnzanus 3JIEKTPOCTATUYECKUM
pacnbUIEHUEM npu aTMoc(pepHOM
JABJICHUU

JleTekTUpOBaHHE B PEIKUME MOHHMTOPHHTA
CeNeKTUBHBIX  peakimit  (SRM)  npu
MOJIOXKUTEIBHON HOHHM3AIMK (ITapamMeTphl
JIETEKTUPOBAHHSI IpeICTaBICHBI B
Taouie 3)

Sen.

10 en.
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CkopocCTh MOTOKA raza Ha 40 en.

pacnbudTene

Hanpspkenune Ha kanmwuisape 4,0 kB
TeMmeparypa Ha pacHbUIMTEINE 280 °C
Temnepatypa xanuuisipa 270 °C

Jna uneHTUdUKAMKM WKApUUHA, MKapUTUHA, uKapusuaa |, uxapusuna ll,

snuMennHa A, snuMmenuna B u snmuMenuaa C B OMOJIOTHYECKH aKTHBHBIX J0OaBKax

B

tadmume 3

COCIMHEHNH.

IMPUBCACHLI

OCHOBHBIC

XapaKTEePUCTUKU  PETUCTPUPYEMBIX

Tabnuna 3 — Bpems ynep:kuBaHus, UCIOIb3yeMbIe IIPHU pErucTpanuu coennueHuii SRM
MEePEXO0Abl U UX OTHOCUTEIbHBIE NHTEHCUBHOCTH

Bpewms OcuosHoli SRM . OTtHOCUTENbHAS
[Tonreepsxnaroniuii
Ne Ha3zBanue yaep- nepexo/ (3Heprus MHTEHCUBHOCTh
. SRM niepexon
H/ II COCIUMHCHHUA | KHUBAaHHA, COYAapHUTCIbHOU IMOATBCPIKAAOIICTO
MUH JTMCCOITUAIINN) SRM mniepexona, %
1. Hxapuun 44 677’244220_)]3)1 3,0707 677,2440—369,1333 25-45
2. | Wxapurun 7,0 369’133(2(;3)1 3,0703 369,1333—243,0652 10-20
3. | Vkapusuz | 5.8 531’186(}10_’133)1 3,0703 | 531 1861-369,1330 50-60
4. | Vkapwsunll | 6,0 515’191(30_’133)1 30703 | 515 1912-,369,1330 50-60
5. | Dnumennu A 3,7 839’296(20_}3)69’1330 839,2968—313,0703 10-20
6. | Dnumenus B 3,9 809’286(20_)3)69’1330 809,2863—313,0703 10-20
7. | PumvemnC | 42 823’301(20_’3)69’1330 823,3019313,0703 10-20
10.6 YcraHoB/eHre rpayMpOBOYHON XapPAKTEPUCTUKHI
JInsi  yCTaHOBIEHUSI TPaayUPOBOYHBIX XapaKTEPUCTUK TPaTyUPOBOYHBIC
pactBopel ['P1-I'P10 wukapumna, wuxaputuHa, wukapusunaal, wukapuszuna ll,

SMUMEINHA A,

smuMeanHa B u

snuMmeauHa C

(Tabnuia

2)  103aTopom

MEXaHUYECKUM C BapbupyeMbiM oObemoMm mgosupoBanus (0,1-1,0) mn (7.1.3)
orobuparor o 0,5 mn I'P1-I'P10 m momMemarT B BHAIBl BMECTUMOCTBIO 2 MII
(7.3.2). Buaybl MIOTHO 3aKpPHIBAIOT KPBIIIKAMH M IIOMEIIAIOT B aBTOCAMILIED

xpomatorpada u ananusupyior no 0,003 mn kaxmoro I'P, naumnas ¢ I'P10 (c
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MEHBIIIEH KOHIIEHTpalnuu). M3mepeHus MNpoBOJSAT MPU YCIOBHUAX, YKAa3aHHBIX B
m. 10.5.

JIs1 BBITIOTHEHUS MapajljIeIbHOTO OMPEACNICHUsT U3 BHAJ CHOBa OTOHpAIoT
o 0,003 mur kaxxporo u3 I'P 1 moBTOpHO ananu3upyror. M3mepenus s kaxaoro
n3 ['P BBINONHSIOT HE MEHEE JIBYX pa3 U C HCIOJb30BAHUEM IPOrPaMMHOTO
oOecrieueHus Xcalibur 2.2 MOJIy4aroT 3aBUCUMOCTbD I (1160 (97
xpoMarorpaduuecknx MUKOB MKapUUHA, MKapuUTHHA, ukapusuaa [, ukapusuna ll,
snumearHa A, snuMmeauna B u snumennna C ot ux koHueHTpauuii B I'P.

I'panynpoBOYHBIE XapaKTEPUCTUKHU JIOJDKHBI OBITh JUHEWHBIMU BO BCEM
JIMana3oHe M3MEPSIEMbIX KOHIEHTpaluid ¢ Kod3(p(UIIMEHTaMU KOppEIslUU He
Menee 0,99, KOTOpbIe OMNPEIEIAIOTCS aBTOMATHYECKHM O3 BMeEIIATeIbCTBA
omeparopa.

I'pagynpoBOYHBIE XApAKTEPUCTUKU MPOBEPSIOTCS  €XKEIHEBHO IyTEM
BBeneHus J1I0ObIX ABYX [P (I'P NoNe 1-10) u u3MepeHusi B HUX KOHIICHTpAIlUU
WKapurHa, UKapuThHA, nkapusuaa I, ukapusuaa Il, snumenuna A, snumenuna B u
snumearHa C 1Mo TrpaayupoBOYHBIM XapakTepucTukaM. OTHOIIEHHWE Pa3HOCTH
W3MEPEHHOTO M Ta0JIMYHOTO 3HAYEHUW K TAOJUYHOMY 3HAYEHUIO COJICPKAHUS
WKapuuHa, UKapuTHHA, ukapusuaa I, ukapusuaa Il, snmumenuna A, snumenuna B u
smumennda C mist kaxaoro u3 3tux I'P He momxkHo npepwimath = 10 %. B cioydae
MPEBBIIICHUS 33aJITAHHOW BEJIIUMYMHBI TPaAyUpPOBOYHAS XAPAKTEPUCTHUKA CTPOMUTCS
3aHOBO. ['palyMpOBOYHBIC XapaKTEPUCTUKH CTPOSIT 3aHOBO TaKXKe IOCIIe
MPOBEJICHUS] TEXHUYECKOTO 00CTY)KUBaHUS MPUOOpa U CMEHBI TAapTUH PEaKTUBOB.

Ilepen BbIMOTHEHHEM aHaIW3a HCCleAyeMoro ooOpasia HeoOX0IuMO
MIPOAHATIM3UPOBATE «XOJOCTYIO» TpoOy (TIpoOy pacTBOpPUTENS, 3aBEIOMO HE
COJICPIKAIIYI0  aHAM3UPYEMbIX COCIMHEHUM), YTOOBl yJOCTOBEPUTHCS B
OTCYTCTBUM TIOMEX, BBI3BAHHBIX 3arpsi3HEHUSAMHU AHAIUTUYECKOM CHUCTEMBI,

MOoCyAbl U PCAKTUBOB.
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10.7 KoHTpPOJIb AHAJIUTHYECKOI CHCTEMBI

B cooTBercTBUM ¢ PYKOBOJICTBOM IO JKCIIyaTallMk MPUOOpa, B Hadaie
KOKJI0T0 padodero JHS Macc-CIEKTPOMETPUUYECKYIO CHCTEMY IMPOBEPSIOT C
MOMOII[BI0 aBTOMaTH4YecKoro tecta. CyTh TECTa COCTOUT B TOM, YTO B pe3yJibTaTe
HACTPOWKM HEOOXOAMMO TMOJYyYUTh MACC-CIEKTP KaJluOpPOBOYHOTO BEIECTBA.
Cucrema o0pabOTKH JaHHBIX aBTOMAaTUYECKH BBIMOJHSAET TECT JI0 TE€X MOp, MOKa
HEe OyAyT JIOCTUTHYTHI BCE KPUTEPUU HACTPOHKH, 3aJI0)KEHHBIE B MPOrPAMMHOM
o0ecrieueHuu.

JIsi OLICHKM MPUTOAHOCTH XPOMATOrpaUUECKOW CHUCTEMBbI HMCHOJIb3YETCS
['P3 wkapumna, wuKapuTuHa, wuKapusugal, wukapmsupall, s>numenuHa A,
smuMeuHa B 1 smumeuaa C ¢ konmentparmeit 1,0 x 10 2 mr/min.

Xpomarorpadguyeckasi CUCTeMa CUYUTAETCA MPUTOAHOM, €ClIM sl Tpex
MOCJEA0BATENbHBIX U3MEPEHUI 3TOTO I'P BBIMOIHAIOTCA CIEAYIOLINE YCIOBUS:

— OTHOCUTENBHOE CTaHAAPTHOE OTKJIOHEHUWE BPEMEHU yIEPKUBAHUSA
VMKapurHa, UKapuThHa, nkapusuaa I, ukapusuaa Il, snumenuna A, snumenuna B u
snumMmennna C ne 6oinee 5,0 %;

— KOd(pPULIMEHT aCUMMETPUH TTHKA COCTaBJISIET HEe OoJee 1,9.

KoHTponb aHanMTHYECKOM CHUCTEMBI OCYIIECTBISIETCS TMepes paboTou, a
TakkK€ TPU CMEHE XpoMarorpaduyeckod  KOJOHKH, YHUCTKE  OJIOKOB
aHaJUTUYECKOro npubdopa u T.1.

[lepen wu3MepeHHeM XpomaTorpauyeckux IapaMeTpPoB HCCIEIYyEeMOro
oOpa3lia HeoOXOAMMO MPOAHAIM3UPOBATH «XOJOCTYIO» Tpo0y (M3MEPUTH
xpomaTtorpaduueckre rmapaMmeTpbl UCIOIb3YEMOr0 pacTBOPUTENS — MeTaHoja (10
m. 10.5)), 4TOoOBI  yJAOCTOBEPUTHCS B  OTCYTCTBHM IIOMEX, BBI3BAaHHBIX

3arpsI3HCHUSIMHU aHAJTUTHYECKON CHCTEMBI, TOCY/IbI U PEaKTHBOB.
10.8 OT60p npod 1 NOATrOTOBKA K aHAJIM3Y

JIist ipoBeeHusT KOHTPOJIST KadecTBa OMOJIOTMYECKH aKTUBHBIX J00aBOK
oTOUparT He MeHee onHoro Ommctepa (10 kamcyn) w3 mapTud Tpenapara H

HAHOCST JIJA0OPATOPHYIO MapKUPOBKY.
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OtoOpanHbie MPOOBI JOMYyCKACTCS XPAHUTHh B XOJOAWIbHHKE (7.2.3) mpH
temneparype oT 4 mo 6 °C He Oonee 7 cytok U He Oosee 30 cyTok mpu

temriepatype He Bbile MuHyc 20 °C. [Ipu or6ope mpob cocrasisieTcss AKT oTOopa.
11 BbinoJiHeHHe U3MepPeHn i

B Buany Bmectumocthio 15,0 Mt (7.3.1) BHOCAT COACPKUMOE KarlCyJibl
(bnakoHna) OuWOJIOTMYECKH aKTUBHOM J00aBKku. Jl03aTOpOM MEXaHUUYECKHUM C
BappupyemMbiM 00beMoM no3upoBanus (1,0 - 5,0) ma (7.1.4) B Buamy BHOCST MO
10,0 M1 wmetanona (7.4.1) u TIIATETHLHO MEPEMEIIMBAIOT C HCIOJIB30BAHUEM
opbutanpHOrO IIeikepa (7.2.7) B TedeHHWE S5 MUH. DKCTPAKIHMIO MPOBOJIAT B
teuenne 20 MUHYT, moMemias Buaibl ¢ mpoboit B Y3B (7.2.2), mocne uero
HeHTpUPYyrupyroT B TeueHue 10 munyT npu 4400 06/MuH Ha nieHTpUdyTe (7.2.6).

Bepxuuii HamocamoyHBIA CIIOH BHAIBl OTOWparoT mmmpuioM (7.2.9) 5 M,
OTQWIBTPOBBIBAIOT uepe3 (UIBTPOBAIbHBIE Hacaaku Ha mmpul (7.2.8) u
coOuparoT B BUally BMecTUMOCThIO 15 M (7.3.1). [lo3aTopoM MEXaHUYECKUM C
BappUpyeMbiM o0bemMoM  mo3upoBanus (0,1 -1,0) mn  (7.1.3) B Buamy
BMecTUMOCThIO 15 Mt (7.3.1) BHocar 0,1 Mo OTGHIBTPOBAHHOTO PACTBOpA,
J03aTOPOM MEXaHHUYECKHM C BapbUpyeMbIM 00beMoM jgo3upoBanus (1,0 - 5,0) M
(7.1.4) noGasasror 9,9 Mmn Mertanona (7.4.1) W TIIATENBLHO MEPEMEIINBAIOT C
UCIIOJIb30BAaHUEM OpOUTAIBHOTO Iielikepa (7.2.7) B TeueHue 5 MUH.

[Tomyyennsie pactBOpel aHamu3upytor 1o 0,003 M1 npu  yCloBusIX,
yKa3aHHbIX B I1. 10.5.

[To 3HaYeHWIO TUIOMIATU XPOMATOTPAPUUECKOro MUKa C HCIMOJIb30BaHUEM
IPaTyMpPOBOYHON XapaKTEPUCTUKH W TMPOTpaMMbl OOpaOOTKH JaHHBIX HaXOISAT
KOHIICHTpAIIMK MKapUuHA, MKapuUTHUHA, ukapusuaa I, ukapusuaa Il, snumenuna A,
snumenvHa B u smumenuna C B aHAIM3UPyEeMOM pacTBOPE.

[Ipu 3HAUYEHMM TUIOMIAAM XPOMATOTPAPUUYECKOTO TMHKA AHATU3UPYEMOTO
KOMIIOHEHTAa Ha XpOMAaTorpaMMe UCCIeIyeMOTro oOpasila BBHIIIE BEPXHETO
3HAUEHHUA JMANa30Ha Ha TP yUpPOBOYHON 3aBUCUMOCTH JUIsl JAHHOTO KOMITOHEHTA

HEOOX0MMMO pa30aBiICHUE pacTBOpa aHAIM3UPYEMOTO o0paslla W TOBTOPHOE
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npoBefieHrue aHanu3a. [Ipu BeIYMCIEHUN PE3yJIbTaTOB U3BMEPEHUH, TO €CTh pacueTe
CoJiepKaHus, HEOOXOJAUMO YYECTh CTENEeHb pa30aBlICHUs] pacTBOpPA BBEJCHUEM B
dopmyiry 2 (1. 12.1) koadpdunuenra pazdoasnenus k.

[Ipy 3HaueHMM TUIOIIAA XPOMATOrPAPUUYECKOr0 MHKA AHAIMU3UPYEMOTO
KOMITOHEHTa Ha XpOoMaTorpaMMe HcclielyeMoro o0pasiia HHKe HUXKHETO 3HAaYCHUS
JMana3oHa Ha TPagyUpOBOYHOM 3aBUCUMOCTU JUIsl JIaHHOTO KOMIIOHEHTa
HEOOXOMMO YBEIIMUCHHUE UCXOTHON HaBECKH o0pasiia 3a CUeT YBEIUYCHUS YHCiia
Karcy (Qp1akoHOB) JUIsl OJTHOTO U3MEPEHUS U TIOBTOPHOE MPOBE/ICHNE aHATN3A.

Jlns kaxkporo oOpasiia OMOJIOTMYECKH aKTUBHOM J0OABKM TPOBOIAT JBa
U3MEPEHUS.

Boluucnenne — conmepxkaHuss ~— MKapuMHA, — WMKApUTHUHA,  WKapusuna l,
ukapusuaa I, smumennna A, snumenuna B u snumenuna C B aHaIU3UPyEMOM
oOpaslie MPOBOAAT JJsi KaXKIOTO W3 JBYX NapaUielIbHBIX ONPEIEICHUN 0
dbopmyne (2). 3a pe3yiabTaT U3MEpPEHUS MPUHUMAIOT CpellHee apu(PpMETHUECKOEe

3Ha4YEHHE PE3YJIbTATOB JIBYX MapajlIeIbHBIX OMPEICICHUH.
12 BbrunciieHue pe3yabTaTOB U3MepPeHui

12.1 Beiuncienne cCoAep)kaHWsi WKapUWHA, WKapUTWHA, wuKapusuia l,
ukapusuga II, smumenuna A, osnumennHa B um  snumenuna C B oOpasiie
Ouonornyecku akTuBHOM no00aBku C, mr B Kamcyie (¢iakoHe), MPOBOIAT IO
bopmye

C=CpxK, 2)
rae Cp, — KOHIEHTpauus: KOHTPOJIMPYEMOIO COEIMHEHUs, HalJeHHas IO
IpaIyMpOBOYHON XapaKTEPUCTHKE, MT;

K — xoapduruent, yuutsiBaronuii pazoasnenue, paBabiid 1000.

Brraucnenus mpoBOIAT I KaXKIOTO U3 ABYX MapajuIeIbHBIX OMPEACICHHM,
MoJy4dasi, COOTBETCTBEHHO, 3HaYeHust C;, u C,.

12.23a pe3ynbrarT W3MEpPEHUW COACPKAHMS WKApUWHA, WKAPUTHHA,

ukapmsuaa [, uxapusupa Il, snumenuna A, snumenuna B u snumenuna C B
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oOpasiie OMONIOTMYECKH aKTUBHOM 100aBKU MPUHUMAIOT CPEIHEE apHU(PMETHUECKOE

3HAUYCHUE PE3yIbTAaTOB JBYX MapajUIeIbHbBIX ONpeIeICHUM

— C,+C
CleZ’ 3)

CCJIM BBIITOJHACTCA YCIOBUC ITPUCMIICMOCTH
|C1'C2‘ SraGC; (4)

rie C;, C,—pe3yabTarhl TMapauIeIbHBIX OMNPEACICHUN  COJCpKAHMSI
WKapurHa, UKapuTUHA, ukapusuaa I, ukapusuna Il, stumenuna A, snumenuna B u
snuMmenuHa C B 00pasiie OMOJOTMYECKHM AaKTUBHOM J00aBKHM, MI' B Karcylie
(bnakone);
l'.gc — @0COIOTHOE 3HAYCHHE Mpejesia MOBTOPSIEMOCTH, MI' B KarlCyJie
(bnakoHe), paccuuThiBaeTCs 1Mo (popmye
fee=0,01xr x C, (5)
rae C — cpeHee apu(pMETHUECKOE 3HAYCHHE JBYX Pe3yJIbTaTOB H3MEPEHUH,
MT B Karicyse ((hiakone);
I — OTHOCUTEIFHOE 3HAUEHHUE TIpejieia MOBTOPSEMOCTH, %, IPUBEICHO B
tabauie 4.
Ecnu ycnoBue (4) He BBINOJNHAETCS, MPOBOJAAT JBa TMOBTOPHBIX
n3mepenus no 1. 10.5.
3a pe3yapTaT M3MEPEHUN MNPUHUMAIOT CcpeaHee apudMeThyecKkoe

SHAYCHUC PCIYJIbTATOB UCTBIPEX OHpeI[eHeHHﬁ, CCJIN BBIITOJHACTCA YCIIOBHC
Cmax - Cmin < CR0,95 ) (6)

rie Chax, Cmin — MaKcHMaJbHOE YW MHUHHMAJIbHOE 3HAYCHUS U3
MOJTYYEHHBIX YETBIPEX PEe3yJIbTaTOB MapajieIbHbBIX OINpeaeeHU KOHIICHTPAIuu
WKapuuHa, UKapuTHHA, ukapusuaa I, ukapusuaa Il, snmumenuna A, snumenuna B u
snuMmenuHa C B oOpasie OWOJOTHYeCKHM aKTUBHOW J100aBKM, MI' B KarcyJie
(pmaxone);

CRy g5 — 3HaUCHHE KPUTHUYECKOTO JMAIa30Ha IS YPOBHS BEPOSTHOCTH

P=0,95.
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Tabmuua 4 — HopmaTtuBbl  KOHTPOJSL W3MEPEHUH  COAepKaHWS HMKapUWHA, HKApUTHHA,
ukapm3uaa |, wkapusuna Il, smumenuna A, snumenuua B u »snmumenuna C B oOpasie
OMOJIOTUYECKH aKTUBHOW JJOOABKH MPH JOBEPUTEIbHOM BepositTHocTH P=0,95

Hopmarus
[Ipenen "
[Ipenen mpoMEeKyTOYHONW | KOHTPOJISI TOYHOCTH
Juamna3oH MTOBTOPSIEMOCTH JJIS
N MPEIU3UOHHOCTH TSI IBYX (TpaHUIIBI
HU3MEPCHHI, JIBYX PE3yJIbTaTOB .
pe3yJIbTaTOB OTHOCHUTEIBLHOMN
MT B Karcyie napauIeTbHbIX o
. M3MEpeHUH, MOTPEIIHOCTH
(nakone) ompeIeTICHUH, 0
'y R, % METOJIMKH),
' K (3), %
0,1 1o 50,0
+ A0 O, 17 24 17
BKJIFOYHATEILHO

3HaueHne KpuUTHYecKoro amamazoHa, CRggs, IS YeThIpeX pe3ysibTaToB

PaCCYUTBIBACTCA 110 (bOpMYJIC

CRO’95 =0013 xr x C', (7)

rae C' _cpemaHee — apuMETHYECKOE 3HAUYCHHE YETHIPEX pe3yJIbTaToB

W3MEPEHUM, MT B KarcyJie JIAKOHC ), paCCHUTBIBACMOC 110 POPMYJIC
b

C,+C,+C, +C,
8
y ®)

Ecnu ycnoBue (6) He BBINOJHSAETCS, BBISICHAIOT MPUYUHBI MPEBBILICHUS

C'=

KPUTHYECKOTO IMANAa30Ha, YCTPAHSIOT UX U MMOBTOPSIOT BHIITOJIHEHNE H3MEPEHUN B

COOTBETCTBUH C TPEOOBAHUSIMHU METOIUKU U3MEPEHU.
13 KoHTposib KayecTBa pe3yJIbTaTOB U3MepPeHMit

KonTpons kauecTBa pe3ysbTaTOB U3MEPEHUN MPHU PEAIU3ALUU HACTOSIIEU
METOJIMKH B JJaOOpaTOpUH peaycMaTpUBaET:

— KOHTPOJIb ~ TOBTOPAEMOCTA M MPOMEXKYTOYHOM  MPEUU3UNOHHOCTH
(BOCIIpOM3BOJIMMOCTH)  pE3yJIbTATOB  U3MEPEHUM  CONEpXKaHUSI ~ UKAPUUHA,
uKaputuHa, wukapusuga l, wuxapusupall, »snumenuna A, osnumenuua B u
snumennna C B pabounx npobax u B oopaszuax jjs onenuBanus (OO), mporeaypa
MPUTOTOBJICHUS] KOTOPBIX MIPUBE/ICHA B IPUJIOKEHUU A

— OMEpPATUBHBIA KOHTPOJIb MPOILEAYphl aHalu3a (KOHTPOJIb TOYHOCTH

pE3yJIbTATOB U3MEPEHUI);
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— KOHTPOJIb CTaOUIIBHOCTH PE3y/IbTaTOB aHAIIM3A.
13.1 KoHTpOJIb NOBTOPSAEMOCTH

KOHTpOJIL MMOBTOPACMOCTH IIPOBOAHUTCA B COOTBCTCTBHH C PaA3ACIOM 5

['OCT P UCO 5725-6 nipu kakaoM aHalu3e paboueit aHaIu3upyeMoi poObl WiTH
OO0.

13.2 KoHTpPOJIb MPOMEKYTOYHOM NMPEeM3MOHHOCTH

KoHTposib MpoMexXyTOuHOM NPEUU3MOHHOCTH TPOBOJUTCSA O TpaduKy H
IUTaHy KOHTPOJIS KauecTBa pe3yIbTaTOB U3MEpEHUll B tabopaTopuu. s KoHTposis
MPOMEXKYTOYHOM TMPEIU3MOHHOCTH HCMHOJB3YIOT pabouue mnpoObl  00pas3lioB
OHMOJIOrMYECKH aKTUBHEBIX 100aBOK miH OO.

OtoOpaHHble MPOOBl AHATU3UPYIOT O MPOMUCH HACTOALIEH METOIUKU
U3MEPEHUI B YCIOBHUAX MPOMEXKYTOYHOM NPEUU3MOHHOCTH MpHU COOJIOJIEHUN
YCIIOBUH U CPOKOB XpaHEHHs MpoO (Ba aHAJIIMTUKA C pa3HBIMU HaOOpaMu MEpPHOM
NOCY/Ibl, pa3HbIMM MAPTHUSAMHM PEAKTUBOB, B pas3Hoe Bpems). [Ipum KoHTpone
IIPOMEXKYTOUHOMN MIPELM3UOHHOCTH € Hcnosib3oBanneM OO r1oTOBAT 1Ba
napajuleNbHBIX 00paslia, KOTOpbIE aHaJU3UPYIOT B YCIOBHUSX MPOMEXKYTOUHOU
NPEUU3UOHHOCTH.

[ToJTy4aroT, COOTBETCTBEHHO, MACCOBBIE KOHIEHTpauuu C, U C,, MI B

karcyse (Quakone).

[Tony4yennsie pe3yabTathi(C,, C,) cuuTarOTCsS yI0BICTBOPUTEIBHBIMH MPH

YCIIOBUH

| C;- 62‘ < Rases (9)

rIe R.s. — abcomroTHOE 3HAYCHHEC npesaena IPOMEXKYTOUHOMN

MPEM3UOHHOCTH, MT B Karicyie ((hiakoHe), pacCuuThIBAETCS 10 popmyiie

R =001xRxC (10)
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rae R — oTHOCHTENBHOE 3HAYEHUE npezaesna IPOMEKYTOUHON

MPELM3UOHHOCTH, %0, TPUBEJICHHOE B TabuIie 4;

C —cpenHee apu(dMeTHuecKoe 3HA4YCeHHE pe3yIbTaTOB H3MEpPEHUH,
MOJIYYCHHBIX B YCJIOBHUSX IPOMEKYTOYHOM MPEIU3UOHHOCTH, MI B Karcylie

(maxone), paccunthiBaeTCs M0 HopMyIIe

61+C2
2

Eciu ycnoBue (9) He BBINOJHSAETCSA, BBIICHAIOT NPUYUHBI IPEBBILICHUS

C- (11)

HOpPMAaTHBa NPOMEKYTOUYHOW MPEU3NOHHOCTH, YCTPAHSIOT WX W TOBTOPSIOT

BBIITOJIHCHUC H3MCp€HHﬁ B COOTBCTCTBHH C Tpe6OBaHI/IHMI/I MCTOJUKH HSMGPGHHﬁ.

13.3 OnepaTuBHbIii KOHTPOJIb TMpOUEAYPHI aHaAU3a (KOHTPOJIb

TOYHOCTH)

OnepaTuBHBIM KOHTPOJb NMPOLEAYPHl aHAIM3a OCYILECTBISAIOT Ha OCHOBE
OLIGHKH TOYHOCTH (TOTPEIIHOCTH) pe3yJbTaTOB aHalu3a TMpH peaan3aliu
OTJEJIbHO B3SITOM KOHTPOJIbHOHM mporenypbl ¢ ucnonb3doBanuem OO ¢ ydyeTom
tpedoBanuii [OCT P CO 5725-6-2002.

[Ipn mpoBeAeHHHM ONEPATUBHOIO KOHTPOJS PACCUUTHIBAIOT pPeE3yJIbTaT
KOHTPOJIbHOM MPOLIeTypbl, HOPMAaTUB KOHTPOJII TOYHOCTU U MPOBOISAT CpPaBHEHHUE
pe3ynpTaTa KOHTPOJIBHOU MPOIEAYpPhl C YCTAaHOBJICHHBIM HOPMAaTHBOM KOHTPOJIS
TOYHOCTH.

Pe3ynbTar KOHTpPOJSI CUMTAIOT YAOBIETBOPUTEIBHBIM, €CIU BBINOJIHACTCS

yCIIOBUE

‘ Camm T C ‘ = Ka6c’ (12)

raie K, —abCoM0THOE 3HAUYEHHME HOpPMAaTHBA KOHTPOJISI TOYHOCTHU

(TOTPENIHOCTH), MT B KaricyJie (B JIakoHe), paCCUUTHIBACTCA 110 opMyIIe

K. = 0,01 x K x C_m, (13)
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rae  Cg,un — OMOPHOE 3HAYEHUE COJIEPKAHUSI HWKapUMHA, WKAPUTHHA,
ukapusuaa I, ukapusuaa I, snumenuna A, snumenuna B u siumenuna C B OO, mr

B KaricyJse (B ¢iakoHe);

C _ pesynprat aHanu3a OO (cpeaHee apupMETHUSCKOE PE3yIIbTATOB
JBYX MapajuieNbHBIX  OMNpENeJCHUN  COoAep)KaHUs HUKapuhHa, WKapUTHHA,
ukapusua [, ukapusuaa I, snumenuna A, snumenuda B u smumeauna C B O0),
MT B Karicyie ((hiakoHe);

K — HOopMaTuB KOHTPOJISI TOYHOCTH (IIOTPEIIHOCTH), Yo.

Ecnu ycnoBue (12) He BBINONHSETCS, BBISICHSIIOT MPUYMHBI MPEBBIIMICHUS
HOpPMAaTUBa KOHTPOJS TOYHOCTH, YCTPAHSIOT MX UM MOBTOPSIIOT BBIMIOJIHEHUE
U3MEPEHUN B COOTBETCTBUU C TPEOOBAHUSAMHU METOAUKUA U3MEPEHUM.

[lepyoguyHOCT,  OMEPATHUBHOIO  KOHTPOJS ~ MPOLEAYphl  aHalu3a
periiaMeHTUpYIOT B PyKOBOJICTBE 110 Ka4eCTBY J1aOOpaTOPUHU.

[IpoBeneHne onepaTuBHOrO KOHTPOJIS SIBISIETCS 00S3aTENbHBIM MPU CMEHE
NapTUM PEaKTHBOB, HaOOpa MEPHOM MOCYJbI, XpOMAaTOrpapuuecKoil KBapLEeBOM
KaWUISIPHOW KOJIOHKH, a TaKKe IIOCIE€ TMPOMBIBKM JIETEKTOpa, IOBEPKHU
xpoMarorpada u peMoHTa UCTIOIB3YEMOTO 000PYIOBAHUS.

B Ttabnuiue 5 mnpuBeneHb 3HAUYEHHUs IOKa3aTejleld KadyecTBa METOIUKH,
KOTOPBIE MCMOJIb3YIOTCSI MPU YCTAHOBJICHUM TIOKa3aTesel KauecTBa pe3ysibTaTOB
U3MEPEHUN TMPU peau3aiii METOJIMKH H3MEpPEHUN B J1a00paTopuu M KOHTpPOJIE
CTaOMJIBHOCTH PE3yJbTaTOB HM3MEpPEHUN (CpeaHEeKBAAPATUYECKOTO OTKIOHCHUS
MOBTOPSIEMOCTU G;, CPEIHEKBAIPATUUECCKOTO OTKJIOHEHHUS BHYTPHIIA0OpATOPHOMU

NPEIU3NOHHOCTH OR, M MIOTPEITHOCTH PE3YJIbTATOB U3MEPEHUH +A ).

Tabnuua 5 — 3HayeHus  mokasaTeneil  TOYHOCTH, NPAaBUJIBHOCTH, MOBTOPSAEMOCTH U
IIPOMEKYTOUYHOM PELU3NOHHOCTH METOJIMKH IPH JOBEPUTENIBHON BeposiTHOCTH P=0,95

IToxa3zarens
ITokazarens MIPOMEKYTOYHOH [Tokazarenb NpaBUILHOCTH

Juanazon [MOBTOPSIEMOCTH (CpenHee NPEUU3NOHHOCTH (rpaHuLIBI, B KOTOPBIX
U3MEpPEHHH, KBaJ[paTHIECKOE (cpenHee KBagpaTHUECKOE | HAXOAUTCS] HEUCKITIOUCHHAS
MT B KarcyJie OTKJIOHEHHE OTKJIOHEHHE cucTeMaTHyecKas

(pnakone) MTOBTOPSIEMOCTH) MIPOMEXYTOUHOU MOTPEIIHOCTH METOJTUKH),

o, % MPELM3UOHHOCTH) +Ac, %
OR, %
0,1 no 50,0 6 9 6
BKJIFOYUTEIBHO
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13.4 KoHTpoJIb cTAa0MIbHOCTH Pe3yJIbTATOB M3MepPeHMit

KoHTponb CTaOMIBHOCTH pe3ylbTaTOB U3MEPEHHN TMpU  peamu3aluu
METOJMKHU B JIA0OPATOPUM OCYIIECTBISIIOT B COOTBETCTBUU € pazaenom 6 'OCT P
NCO 5725 u pazaenamu 6-8 PMI" 76-2004.

[Ipouenypsl M MEPUOAMYHOCTH KOHTPOJISI CTAOMIBHOCTH PE3YJIbTaTOB
aHanu3a (Ha ocHoBe KoHTpoJisi crabuibHocTH CKO moBropsemoctu o, CKO
BHYTPWJIA0OPAaTOPHOH  MPEUU3HOHHOCTH Og, W/HIM TOTPENIHOCTH  +A;)

periiaMeHTUpYIOT B PyKOBOJICTBE 110 KaueCTBY J1aOOpaTOPUHU.
14 Odopmiienue pe3yJbTATOB U3MEPEHUH

Pe3ynbpTaThl M3MepeHHil colepaHus MKapUUHAa, MKApUTHHA, HKapu3uia l,
ukapusunaa II, smnmennna A, snumenuna B n snumenuna C npeacTaBisitoT B BUJIE:

C (mr B karmcyie (dhmakone)), xapakrepucTtruka norpemsHocta O (%), P = 0,95

mm ( C £ A), mr B karcyune (bnakone), P=0,95,

rne C — cpenHee apudMeTHYECKOE PE3yJIbTaTOB N  ONpenelieHUH,
MPU3HAHHBIX MPUEMJIEMBbIMH TI0 12.2, MT B Karncy’e (¢iakoHe);
A — a0contoTHas MOTPEUIHOCTh OMPEACIICHUs COAEPKaHU aHATU3UPYEMOTO

BEI[ECTBA, MT B Karicyie ((rakone).

3naueHue A, Mr B karcysie (piakoHe), pacCUMTHIBAIOT MO popMmyie
A=38x Cx0,0l, (14)

rje 0 — rpaHuIlbl OTHOCUTEIBLHON MOTPEITHOCTH OMpESICHUs COJIepKaHUsS
MKapuuHa, UKapuTHHA, ukapusuaa I, ukapusuaa Il, smumenuna A, snumenuna B u
sruMmenuna C, 0 = £ 17 %.

UucnoBele 3HAYEHUS] MacCOBOM JOJM W TOTPEIIHOCTU  JIOJDKHBI
OKaHYMBAThLCS MU(PPOH OTHOTO U TOTO JKE paspsa.

PesynbTaThl XpoMaTo-Macc-CHEKTPOMETPUUECKOTO aHaiu3a OQOpMIISIIOT
3alMuchl0 B pabodeMm KypHajie 1o (opMe, NPUHATOW HaA NPEANPUITHH,

HCIIOJIB3YIOIICM JaHHYI0 MCTOJUKY HBMGPGHHﬁ.
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Pesynbratel u3mepenuit odopmisaior mnporokosnom KXA, pexomenmyemas
¢dbopMa KOTOpOro MpHUBEACHA B MPHIIOKEHUH b.

PesynpraTel  M3MEpEeHHH  YAOCTOBEPSIOTCS  JIMLIOM,  IPOBOJMUBIIHAM
U3MEPEHHUSI, YTBEPKIAIOTCSI HAYaJIbHUKOM JIa00OpaTOpuH, a P HEOOXOJUMOCTH —
pykoBoguTesneM (TJIaBHBIM METPOJIOTOM) OpraHu3alud, MOAMNHNCh KOTOPBIX

3aBepsieTCs MeYaThbio OpraHu3aluu (IpeanpusiTUs).
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Ipunooicenue (0oba3amenvroe)

IIpoyedypa npucomosnenus 0opazyo8 0 OYyeHUBaAHUs

OOpa3mel 1711 OIICHWBAHUS TIPEIHA3HAYCHBI JUIsi HAbOpa CTaTHUCTUYECKHX
JAHHBIX, HEOOXOMUMBIX IS YCTAHOBJICHUS METPOJOTHYCCKUX XapaKTEPUCTHK
METOJMKHU U3MEPEHUMN U JJI IPOBEACHUS KOHTPOJIS Ka4eCTBAa U3MEPEHUM.

OOpa3namMu 711 OLEHUBAHUS SIBJISIIOTCS CyXH€ OMOJIOTMYECKU aAKTHUBHbBIC
N00aBKM C BHECEHHOM B HHUX J00aBKOW aTTECTOBAaHHOTO pacTBOpa C
aTTECTOBAHHBIM 3HAYEHUEM OIPEICNIEMOT0 KOMIIOHEHTA.

A.1 IlpuroToBrieHre aTTECTOBaHHBIX pacTBOPoB (AP)

A.1.1 [IpuroroBienue mnpomexyTounblx pactBopoB (I1P) wukapuuna,
vKaputuHa, wukapusuga l, wukapmsupall, »smumenuna A, »snumenuua B
snuMeanHa C B MeTUI0BOM ciupTe ¢ KoHueHTpausamu 100,0 mr/mi.

B Buae BMmectumocthio 15wmin (7.3.1) mHa Becax JabOpaTOPHBIX
anektpoHHbIX (7.1.2) B3BemmBaroT (100,0 +0,1) Mmr maboparopHoro oOpasiia
ukapuuHa (7.4.4).

KonuyectBo MerusnoBoro crupra V, mii, KOTOpoe HEOOXOAUMO T00aBHUTH
1151 ipurotoBiieHus [P, Beraucisercs mo gpopmyie

mx u
c¢x100 (A.1)

IJI€ 4 — MaccoBas JI0JIsl KapuuHa B JabopaTopHOM oOpasiie, %, ykazaHHas B

nacriopre (7.4.4);
M — Macca HAaBECKU UKapUUHA, MT;
¢ — koHneHtpanus nkapunna B [1P, ¢ = 100,0 mr/m.

Pacuetnoe konmuectBo metmioBoro crupta (7.4.1) oTOuparoT mo3aTopom
MEXaHUYECKUM C BapbupyeMbiM oOBbemMoM jgosupoBanus (1,0-5,0) mn (7.1.4) u
BHOCAT B BUAIIy C HaBeCKOM. [1oJlydeHHBIN pacTBOp TIIATEIBHO MEPEMEIIUBAIOT C
UCTIOIb30BaHNEM OpOUTaILHOTO Ietikepa (7.2.7).

[TpurotoBieHHBIN pacTBOp 00pabaTHIBAIOT B YIbTPa3ByKOBOM BaHHe (7.2.2)

B TEYCHUE 5 MUHYT.
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AnanoruunsiM o0pazom rotoBsT IIP ans uxaputuna (7.4.5), ukapusuna |
(7.4.6), uxapumsupga ll (7.4.7), suumenuna A (7.4.8), snumenuna B (7.4.9) wu
snumenuna C (7.4.10).

[Tocne npuroroBnenus [IP Ha BHaTBl HAKIECHBAIOT JTUKETKU C
HAaMMEHOBAaHUEM PACTBOPOB, UX KOHIICHTPALMMA U JATOW MPUTOTOBIICHUS.

Cpox xpanenus [IP wuxapumna, mkaputuHa, ukapusuna [, ukapusuna ll,
snuMmenuHa A, smuMmeanHa B u snumenuna C B METWUJIOBOM CHOUPTE MpHU
temrepatype (4,0£1,0) °C — ne 6o1ee 7 cyT.

OTtHocuTenbHas morpemHocTs npurotosiienus [P e npeseimmaet 0,86 %.

A.1.2 [lpurotoBnenne AP Nel wukapunHa, uWKapuThHa, wuKapusuia l,
ukapusuaa Il, snumenuna A, snumenuna B u snnmenraa C B METHIIOBOM CIHUPTE C
koHneHTparuei 10,0 Mr/mi.

Jlo3aTOpOoM MEXaHHUYECKUM C BapbUpPyeMbIM OOBEMOM JIO3UPOBAHHUS
(0,1-1,0) ma (7.1.3) otOuparor mo 1,0 M kaxmaoro u3 1P mkapunHa, HKapuUTHHA,
ukapusuaa I, wuxapusuna II, snumenuna A, snumennHa B u snumeauna C ¢
koHmeHntparueir 100,0 Mr/Ma U BHOCST B BHaldy BMecTUMOCThIO 15 mu (7.3.1),
3aTeM J103aTOPOM MEXaHMYECKHM C BapbUpyeMbiM oO0bemMoM pgo3upoBanus (1,0-
50) mn (7.1.4) Buocar 3,0 ma wmertwioBoro crupra (7.4.1) u TIIATENBHO
NePEMEIIMBAIOT C UCIOJb30BaHUEM OpOHTaNbHOTO miciikepa (7.2.7).

Cpox xpanenuss AP B xomomunpHuke (7.2.3) mnpu Temreparype
(4,0+1,0) °C — He 6omee 72 u.

AP coenunenuii ¢ maccoBoi koHieHTparued 10,0 Mr/mMia UCTIONAB3YIOT NSt
MPUTOTOBJICHHST 00pa3loB nJsi  orneHuBaHus. OTHOCHUTENbHAS TOTPEITHOCTh
aTTECTOBAHHOT'O 3HAUCHHMS MaccoBor KoHIeHTparuu AP He npesbimaet 3,04 %.

A.1.3 [IpurotoBnenne AP Ne?2 wukapunHa, uWKapuThHa, wuKapusuia l,
ukapusuaa Il, snumenuna A, snumenuna B u snnmenraa C B METHIIOBOM CIHUPTE C
KoHIeHTparuei 1,0 Mr/mi

Jlo3aTopoM MEXaHWYECKHM C BapbHpyeMbiM 00bemoM mosupoBanus (0,1-
1,0) mn (7.1.3) B Buany BmectuMocThio 15 mur (7.3.1) BHocsaT 1,0 ma AP Nel
WKapuWHa, UKapUTUHA, ukapusuaa I, uxkapusuzaa I, snumenuna A, snumenuna B u

snumenuHa C B MmeTwioBoM croupte ¢ koHmeHTtpamuenr 10,0 mr/mm u 9,0 mn
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MetuioBoro crupta (7.4.1) U TIIATENBHO MEPEMEIIMBAIOT C HMCIOJIb30BAaHUEM
opouTtanpHOro meiikepa (7.2.7).

Cpox xpanenuss AP B xomomunpHuKe (7.2.3) mpu TemrepaType
(4,0+£1,0) °C — ue 6omee 72 .

AP Ne 2 ukapuuHa, ukapuTuHa, ukapusuaa I, ukapusunaa I, snumenuna A,
snuMennHa B u smumennna C ¢ MaccoBol KoHueHTpanuei 1,0 Mr/mi1 ucrnoib3yroT
JUIS. IPUTOTOBJICHHST OOpa3loB i OleHUBaHUA. OTHOCHUTENIbHAsI MOTPEIIHOCTh
aTTeCTOBAHHOTO 3HAUEHUSI MaccoBOM KoHIeHTpalu AP He nmpesbitnaer 3,25 %.

A.1.4 [lpuroroBnenne AP Ne3 wukapunHa, uWKapuThHa, wuKapusuia l,
ukapuszuna II, snumenuna A, siumeanna B v snumenuaa C B METHIIOBOM CITUPTE C
koHueHTpanueit 0,1 mr/mn

Jlo3aTOpOM MEXaHWYECKHM C BapbHpyeMbIM 00bemMoM nao3upoBanus (0,1-
1,0) mn (7.1.3) B Buany Bmectumocthio 15 mu (7.3.1) BHocsat 1,0 ma AP Ne 2
WKapunHa, UKapuTuHa, nkapusuaa I, ukapusuna Il, snumennna A, snumenusa B u
snuMmennHa C B METWJIOBOM chnupTe C KoHIeHTpauued 1,0 mr/min u 9,0 ma
MetwioBoro crnupta (7.4.1) u TIIATeNbHO TEPEMENIMBAIOT C HUCIIOJIb30BaHUEM
opOuTanbHOro Mieikepa (7.2.7).

Cpox xpanenuss AP B xomomunpHuke (7.2.3) mnpu Temreparype
(4,0+1,0) °C — He 6omee 72 u.

AP Ne 3 mxapunna, ukaputruHa, ukapusuna [, nkapusuna Il, snumennna A,
snuMennHa B u smumenuna C ¢ maccoBoi KoHIIeHTpanuen 0,1 Mr/mir HCIoIb3yIoT
JUIS. TIPUTOTOBJICHUST OOpasloB i OlleHUBaHUA. OTHOCHUTENIbHAS MOTPEIIHOCTh
aTTECTOBAHHOTO 3HAaUYCHMs MaccoBOU KoHIeHTpaluu AP He npeBsbimiaet 3,46 %.

A.2 TlpurotoBiienue 06pasnos s onennBanus (0O0)

A.2.1 IlpurotoBnenue OO ¢ coaepKaHHMEM HWKAapUUHA, WKAPUTHUHA,
ukapusua I, ukapusuna II, snumenuna A, snumenuna B u snumenuna C 50 mr B
karicyite (¢akone) (OO Ne 1)

B Buane Bmectumocthio 15 mMa (7.3.1) naBecax mabGopatopubix (7.1.2)
B3BemmuBaT (46,0£0,2) Mr cyxol OHOJOTUYECKH aKTHUBHOW [100aBKH, HE
coAepKalleld MKapuuHa, MKapuThHa, ukapusupaa [, umkapusupaa Il, snumenuna A,

snuMmenuua B u srimmennna C.
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Jlo3atopamMu MEXaHUYECKUM C BapbUpyeMbIM 00bemMoM no3upoBanus (0,1-
1,0) man (7.1.3) BHOcar 0,5 mm AP Ne 1l wkapuuHa, MKapuTHHa, HKapusujia l,
ukapusuaa I, snumenuna A, snumeanHa B u snumennna C ¢ KOHILEHTpauuen
10,0 mr/mn. Ilocne BHecenuss AP Ne 1 Bumamy ¢ o0pasunom sl OLIEHWBaHUS
BBIJICP)KMBAIOTCSA B TOKE a30Ta 10 ymnapuBareieM-KoHIeHTpaTopoMm (7.2.10) ms
yaajeHus pactBoputelns B TedeHue 30 MuH, a 3aTeM IPU KOMHATHOM TeMIiepaType
B TeueHue 40 MuH.

ConepxaHue  WKapuWHaA, HMKapuTHHA, uWKapusuzaa l, wuxapusuna ll,
snuMennHa A, snumenuia B u smumenuna C B OO (onopHoe 3Hauyenue), C, (Mr B
KarcyJe (iakoHe)), pacCUUTHIBAIOT 10 hopMyIie
Cp XV, pxm,

m

H

C=

(A.2)

raie C,p—MaccoBasi KOHIICHTpallus HWKapuUUHA, WKApUTHUHA, HKapusuja l,
ukapusua I, smumenuna A, siiumenuna B u smumenuna C 8 AP, mr/mu;

V,p—00bem AP wukapuuHa, wukapuTuHa, wukapusuaal, wukapusuna ll,
snumearHa A, snumennda B u snumenuna C, uCnonab3yeMblid 1Jisl IPUTOTOBJICHUS
OO0, mi;

M. — Macca COJACPKUMOT0 KarCyJibl ¢ OMOJOTHUYECKH aKTHUBHOM J100aBKOM,
MmT, M, = 460,0 mr;

m, —Macca HaBECKHM UCIOJb3yeMas i TMPUTOTOBJICHUS OOpasua st
olleHUBaHusA, MT, M, = 46,0 mr.

PacuétHOoe coxaepkanwe (OMOpHOE 3HAUCHHE) HWKApHMHA, WKAPUTHHA,
ukapusuaa [, ukapusuna I, snumenuna A, snumenuua B u snumeauna C 8 OO
Nel cocraBasger 50 mr.

AOGCONIIOTHYIO TIOTPENTHOCTh aTTecToBaHHOTO 3HaueHuss OO paccUUTHIBAIOT
o gpopmyiie

AC,, =0,01*C,, *5,, (A3)

rae Cop — collepkaHue HMKapuuHa, MKapuTuHA, ukapusuna I, ukapusuna ll,

srmMenuHa A, smmmenuna B u simmvenmaa C B OO,
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%00 — OTHOCUTEJIbHYIO TOTpEemIHOCTh npurotroBiaeHuss OO; paccUUThHIBAIOT

o gpopmyiie

800 =0, F +(5,,, ) +(A,, x100/m,)? | (A4)

rie Oap— OTHOCHUTEIbHAS TOTPEIIHOCTh IMPUTOTOBJICHUS AaTTECTOBAHHOTO
pacTBopa;

0 10; — OTHOCUTEJIbHAS TTOTPEIIHOCTh J103aTOPA;

Agec — a0CONTIOTHAS TTOTPEITHOCTH B3BEITUBAHUS;

M — Macca HaBECKH B MT.

B coorBerctBUM ¢ Qopmynoit  (A.4) abOcositoTHas MOTPEUIHOCTb

IIPUTOTOBJICHUS OO Nel cocraBnsier

Soor =1/ (3,04 +(1,38)° +(0,43)° =334%
B coorBerctBUM ¢ Qopmynoit  (A.3) aOcositoTHas MOTPEUIHOCTb

arrectoBanHoro 3HaueHusa OO Nel cocraBiser

AC,,, =0,01x 3,34 x50 =1,67 wr;

A.2.2 TlpurotoBienue OO ¢ coAepKaHMEM UKApUMHA, WKAPUTUHA,
ukapusuaa I, ukapusuna I, snumenuna A, snumennna B u snumenuna C 1,0 mr B
karcye (aakone) (OO Ne2)

B Buane Bmectumocthio 15 mMa (7.3.1) HaBecax mabGopatopubix (7.1.2)
B3BemuBaT (46,0£0,2) Mr cyxoi OHOJOTHYECKM aKTHUBHOM 00aBKU, HE
coAepKalled WKapuWHa, WKapuThHa, ukapusuaa [, mkapusupaa Il, snumenuna A,
sumeanHa B u srmmmenuna C.

Jlo3aTopaMu MEXaHMYECKUM C BapbupyembiM o0beMoM go3upoBanus (0,1-
1,0) ma (7.1.3) BHocar 0,1 mm AP Ne2 wukapuuHa, MKapuTHHA, HKapusuia l,
ukapusuaa I, snumenuna A, snumennna B u snumenuna C ¢ KOHUEHTpauuen
1,0 mr/mn. Tlocne BHecenuss AP Ne 2 Buamy ¢ oOpaslom [uis OLIEHHWBaHUS
BBIZICP)KMBAIOTCSL B TOKE a30Ta IO ynapuBaTeneM-KoHIeHTparopom (7.2.10) ans
yaajJeHus: pactBoputesisa B TeueHue 30 MUH, a 3aTeM MPU KOMHATHOW TeMIepaType

B TeueHue 40 MUH.



179

PacuétHoe copaepkaHue (OMOPHOE 3HAYECHHE) UWKApUUHA, WKAPUTUHA,
ukapusuaa I, ukapusuna I, snumenuna A, snumenuna B u snumeauna C 8 OO
Ne2, C,, cocraBniser 1,0 mr.

AOCONIIOTHas U OTHOCHUTENbHASI TMOTPEITHOCTH aTTECTOBAHHOTO 3HAYCHHUS
OO Ne2, B cootBetcTBUU ¢ hopmynamu (A.3 — A.4), COCTaBISAIOT

6002 :3,85%
ACy,, =0,04 mr;

A.2.3 IlpurotoBienue OO ¢ coAepKaHUEM HMKApUMHA, WKAPUTUHA,
ukapusuaa I, ukapusuna I, snumeauna A, snumennda B u snumenuna C 0,1 mr B
karicyite (¢rakone) (OO Ne3)

B Buane Bmectmmocthio 15 mim (7.3.1) HaBecax mabopatopHbIx (7.1.2)
B3BemmBaOT (46,0£0,2) Mr cyxoi OHOJOTMYECKM aKTHUBHOM 1100aBKU, HE
coleprKallled MKapuuHa, WKapuTuHa, ukapusuaa [, mkapusuna Il, snumenuna A,
snumearHa B u snumennna C.

JlozaTopaMu MEXaHUYECKUM C BapbUpyembiM 00beMoM ao3upoBanud (0,1-
1,0) mn (7.1.3) BHocar 0,1 mm AP Ne3 wukapuuHa, MKapuTHHA, HKapu3uia l,
ukapusuaa I, snumenuna A, snumenuHa B u snumenuna C ¢ KOHIEHTpalyen
0,1 mr/mn. Tlocme BHecenuss AP Ne 3 Buamy c 00pa3ioMm sl OICHUBAHHUS
BBIICP)KUBAIOTCS B TOKE a30Ta MO ynapuBaTeineM-KoHIeHTpaTopoM (7.2.10) misa
yAaleHus: pacTBopurensa B TeueHue 30 MHH, a 3aT€M [IPU KOMHATHOM TeMIepaType
B TeueHue 40 MuH.

PacuétHoe copaepkanue (OMOPHOE 3HAYCHHE) UWKApUMHA, WKAPUTHHA,
ukapusuaa [, nkapusuna I, snumenuna A, snumenuna B u snumeauna C 8 OO
Ne3, Cs, coctaBiser 0,1 mr.

AOCOIIOTHas U OTHOCHUTEJIbHAS TOTPEIIHOCTH aTTECTOBAHHOIO 3HAYCHUS
OO Ne3, B coorBercTBUM ¢ hopmynamu (A.3, A.4), COCTaBIAIOT

doos = 4,02 %
AC,,; = 0,004 mr;

Ananuz IMOJIYYCHHBIX O6p8.3HOB IMPOBOAUTCA HEIIOCPCACTBECHHO IIOCJIC

IMPUTOTOBJICHUA B COOTBCTCTBUHU C ITPOIIMCBIO MCTOAUKHA HSMGPGHHﬁ.



