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BBIpa-

CTaTUCTUYECKNE JAaHHBIE O TOM, B KaKUX PEruoHax
M B KaKMX KOJHWYECTBax Ha TeppuTopuu Poccuii-

muBaHus pacteHuil. C 1960-X IT. OHM TPUILLIA
Ha CMEHY IIEPCUCTEHTHBIM XJIOPOPraHMYECKUM
MeCTULIMAAM, KOTOpPbIC SIBIISIIOTCS ITOIMYJISIPHBIM
U BOCTpeOOBAaHHBIM KJIACCOM COBPEMEHHBIX IIe-
ctuunos [1, 2].

B nuteparype mpakKTUYECKU OTCYTCTBYIOT CBE-
JIEHMS O TOM, HACKOJIBKO IIIMPOKO M B KAKUX 00be-
Max MOPUMEHSETCS TOT WJIM HWHOMA KOHKPETHBINA
npeacrtaButenb rpynmnbl @OIT npou3BoguTeIIMU
U MOCTaBIIMKAMM JICKAPCTBEHHOIO PaCTUTEILHOTO
CHIPbSL U CEIbXO3MponyKuuu. OTCYTCTBYIOT TaKXKe

ckoii ®enepanmn mpuMensoress DOIT. To xe ca-
MO€ OTHOCHUTCS M K IIOCTaBIIIMKAM CBIPhSI U3 IPYIUX
CTpaH.

Wcnonb3yemble B HacToOsI1IE paboTe B KaUeCTBe
o0bekToB aHanm3a AeBATh D OIT mocTyITHBI HA PBIH-
Ke MEeCTULMAOB U MMEIOT HU3KYI0 CTOMMOCTb, IIO-
3TOMY BBICOKA BEPOSTHOCTh HX IIHMPOKOIO IIPU-
MEHEHUS TpHU BBHIPAIIMBAHUM JIEKAPCTBEHHOTIO
pactutenbHoro chipbs (JIPC) 1 cenpxo3mponyKinu.

WN3BecTHO, UTO jgaxe IpU COOMIOACHUU Cellb-
CKOXO3SMCTBEHHBIX M IIPOM3BOACTBEHHBIX HOPM
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o6paboTkn POII mMoryt ocraBaThcsi B 00pabdaThi-
BaeMbIX PACTCHMSIX, a TaKXKe IOCTyHaTb B aTMOC-
depy, mousy u Bomoemsbl [3—5]. Hekoroprsie @OI1
00J1a1a10T BBICOKOI TTEPCUCTEHTHOCTbIO, CLIOCOOHBI
OCTaBaTbCSl B HEM3MEHHOM COCTOSIHUM M COXpa-
HSTH CBOIO TOKCMYHOCTb B T€UEHHE IJIUTEIbHOIO
BpemeHu [6]. Kpome Toro, cyiiecTByeT onacHOCTb
nonagaHusi NeCTULUMAOB B OpraHU3M 4ejoBeka [7,
8]. OnHMM U3 UCTOYHMKOB TOKCHUYHBIX @ OIT MoxkeT
apnsaTbes JIPC, Bxonsiiee B cocTaB IeKapCTBEHHBIX
npemnaparoB u bAJl [9, 10]. M3BecTHO, 4TO pacTte-
HUSI CIIOCOOHBI KyMYJIMpPOBaTb IE€CTULIMABI, I103-
TOMY BO3MOXHOCTb OOHApYKECHUSI M OIPEACIICHUS
HU3KuX KoHneHTpanuit @OT1 1mo3BoseT B TeUeHNe
JJINTEJIbHOTO BPEMEHU OTCJEXKMBATh “XKM3HEHHbIA
ki’ AOII B pacTeHUsIX 1 BeIpabaThIBaTh JOITOJ-
HUTEIbHBIE PEKOMEHIALIMKA 110 HUX 0e30HacHOMY
MIPUMEHEHUIO.

B TI'ocynapcrBennoii papmakoriee (I'®) PO XV
[11] HOpMUPpYIOTCS 33 DOII, TpM 3TOM MX TIPEaEIThI
TOITyCTUMOTO COIEPXKAHUS KOPPEIUPYIOT MEXKIY CO-
60ii B papmakonesx Poccun, EBpornsr [12] 1 CILHA
[13]. B HacTtostmee Bpemst B D PD XV permameHTH-
POBaHBI METOMBI OTIPENEICHIS TOJIBKO XJIOPOPraHU-
YeCKMX MEeCTULMIOB, a AeHCTBYIOINE (hapMaKoIen
EP 10 m USP 42 NF-37 otonui ot periaMeHTUPO-
BaHUs YHU(PUIIMPOBAHHBIX METOIMK OIIPEACIICHUS
®OIT B JIPC n mipenararoT MCITOIb30BATh JIFO0OM
meton orpeneneHust ®OIT B JIPC, ynosmeTBopsiio-
WA KPUTEPUSIM COOTBETCTBYIOIIMX OOIIMX hap-
makoneiHbix crareit (O®C) u BaIMIMpPOBaHHBII
B cootBeTcTBUU ¢ SANCO/10232/2006 [14] (nnst EP
11) mmu SANTE/11813/2017 [15] u OPPTS 860.1490
[16] (mast USP 45 NF-40).

Ho HemaBHeTO BpeMeHU I1pu onpeneneHn GOI1
Han0oJIee YaCTO NCIIOIb30BAIM METOM F'a30BOM XpO-
matorpadprm (I'X) B codeTaHMM C TUIaMEHHO-MO-
HU3aIMOHHBIM, a30THO-(OChOPHBIM WIN aTOM-
HO-3MUCCUOHHBIM IETEKTOPOM C MCITOJIb30BaHUEM
BHyTpeHHUX cranmaptoB (BC) [17—20]. ITockoabKy
DOII — 310 MOJSIpHBIE U CIA00JIETyYNE COSIMHE-
HUSI, X oIpeneieHne ¢ momonbio I'X 4acTo BKITIO-
yaeT IIpoLenypy AepwBaTtu3auuu. st IIpsSMOro
OIIpeAeIICHUS ITOJISIPHBIX, CIA00JIeTydYnX COCHMHE-
HUIA ¢ HU3KOH TepMUYECKOM CTaOUIbHOCTBIO TIpe/i-
MOYTUTEIbHEE MCIOIB30BaHNE BBICOKO3(M(MEKTUB-
HOIl XMAKOCTHOM XpOMAaTO-MAacC-CIIEKTPOMETPHUH
(BO2KX-MC). Kpome TOro, 3TOoT METOH SIBIISIETCS
OIHVM U3 CaMbIX YyBCTBUTEIbHBIX 1 CEJICKTUBHBIX,
YTO ITO3BOJISICT OIPEACIISITh HU3KME KOHIICHTPAILINU
ocratouHbIx MOIT B JIPC 1 muteBIX TPOAYKTAX.

H1s TIOBBINIEHWS TOYHOCTH aHajau3a pa3BU-
BalOTCS HAIIpaBJIICHUSI C IIPUMEHEHHEM OeHTepH-
poBanHbix BC [21, 22]. Takoit monxon mo3BOJISICT
YUUTBHIBATh BO3MOXKHbIE IIOTEPU aHAIIMTOB IIPU II0MI-
TOTOBKE MpPOo0 M XpomarorpadupoBaHMHU, TaK Kak
MoTepu ACHTEpUPOBAHHBIX AHAJIOTOB ITOJIHOCTHIO
COITIOCTaBHUMEI C IIOTEPSIMU OITIPEIesIIEeMBIX BEIIICCTB.
ITpumeHeHue npu aHanuse aeiitepupoBaHHbIx BC
XKYPHAJI AHAJTUTUYECKOMN XUMUU
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HUBCIUPYET BIAUSHUE MaTpUYHOTO 3¢ deKra, sB-
JISIIOLIErocsl BaauJallMOHHBIM TTapaMeTpoM B (ap-
makomnesix EBponbl u CIIIA.

Onucanbl crioco0s! onpenenenuss MOIL B e-
KapCTBEHHBIX PACTCHUSIX METOIAMHU ra30BOI XpoMa-
TO-Macc-creKkTpomeTpun [23, 24| u BOXKX-MC |25,
26]. B GONBIIMHCTBE U3 HUX JUIS ITPOOOIOATOTOBKI
WCIOJb3YyEeTCd MeToHA TBepaodasHoi SKCTpaKIUu
QuEChERS B paznnuHbIx Bapualusx. Macc-cCrek-
TPOMETPHSI BHICOKOTO pa3pelleHHs] ¢ UCITOJIb30Ba-
HUeM neiitepupoBaHHEIX BC 1m03BOJIsIET COKpaTUTh
MIPOIIeCC MOATOTOBKM P00 1 M30eKaTh TPYI0EMKIX
MaHunyasuuii npu noaroroske JIPC K ananusy.

IlepeyeHb NECTUHMAOB 1 aTPOXMMUKATOB, pa3-
pellIeHHBIX K IPUMEeHEHUIO Ha TeppuTopun Poccuii-
ckoit Menmepanuy, IpeACTaBIeH B rocygapCTBEH-
HOM Kartayore [27], rae orpaHMYeHO NMpUMEHEeHUE
MEPCUCTEHTHBIX XJIOPOPTAaHUYECKUX TMECTULIMIOB.
Ilepeuens Bkmouaer aeBaTh POIIl: mmasuHOH,
JIUMEeTOoaT, OMEeToaT, MUPUMHUGOC-METUI, IUPHU-
MUGPOC-3TU, MajJaTUOH, MajaoKCOH, XJOPIUpPHU-
doc-metnn, ¢o3anoH, KOTOPbIE Mbl BEIOpAIU B Ka-
yecTBe 00pa3loB WIS HACTOSIIETO MCCAeIOBaHUS
(cxema 1).

Ilenp nmaHHOI pabGOThl — pa3paboTKa W Bau-
Janysi METOOAUKM OJHOBPEMEHHOIO OIpeaeaeHuUs
neBsit @O, T03BOJISTIONIEH ONPEaeIsATh OCTATOY-
Hele comepxanusg MOII B JIPC u 1ekapCTBEHHBIX
npenaparax pacTUTEIbHOTO MPOUCXOKIACHUS.

OKCIIEPUMEHTAJIbBHAA YACTb

Oo0mnexTol Hecaenopanusd. Oopasns JIPC — kop-
HEBMIIIAa C KOPHSIMM BaJlephaHBl JIeKapCTBEHHOI
(Rhizomata cum radicibus Valerianae officinalis),
npuodbpeteHHbIe B anTeke (AO “KpacHoropckiek-
cpenctBa”, Poccus, cepus 10123). CrangapTHbIe
oOpasubl auasnHoHa (Supelco (Sigma-Aldrich),
CIIA, Cat. Ne 74332), numetoata (Supelco (Sig-
ma-Aldrich), CIHA, Cat. Ne 45449), omeToata
(Supelco (Sigma-Aldrich), CIIIA, Cat. Ne 36181),
nupumugoc-metuaa (Supelco (Sigma-Aldrich),
CIIA, Cat. Ne 32058), mmpumudoc-strna (Supelco
(Sigma-Aldrich), CIIIA,Cat. Ne 45628), manatroHa
(Supelco (Sigma-Aldrich), CIIIA, Cat. Ne 36143),
MajnaokcoHa (Supelco (Sigma-Aldrich), CIIIA, Cat.
Ne 36142), xnoprmupudoc-metmna (Supelco (Sig-
ma-Aldrich), CIIA, Cat. Ne 45395), do3samoHa
(Supelco (Sigma-Aldrich), CIIIA, Cat. Ne 36194).
IIpenBapuTeIbHO MBI CUHTE3MPOBAIM U OXapaKTe-
PU30BAIM IEeUTepUpPOBAaHHBIC CTaHAAPTHI MajlaTH-
oH-d6 u quxiaopdoc-dé [28].

PacTBopbl m pearentbl. PeakTHBEL: alleTOHUTPUIT
HPLC-grade (CarloErba, I'epmanmst, Cat. Ne 7),
JNEVMOHU30BaHHAs BOIA IIOCJIE OYMCTKHA CHCTEMOM
Milli-Q (Millipore, CIIIA), MypaBbMHAasl KHUCJIOTa
(Merck (Sigma-Aldrich), CIIIA, Cat. Ne 1.00263).

PaGoune pacTBOpHI TOTOBWJIM pacTBOPEHUEM
TouHbIX HaBecoK MOII B aleToHUTpUIIE B IEHB
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Cxema 1. CtpykTypHBIe (hOopMYIIBI (HOCHOPOPraHMYECKNX TTECTUIIUIOB.

MPOBEACHMS aHaIM3a B OUana30He KOHIIEHTpalluit
ot 0.05 mo 10 000 Hr/mI1.

HMcnbiTyeMble 00pa3libl KOPHEBUIL, C KOPHSIMU
BasiepuaHbl ¢ BBeaeHHbIMU POII roToBUIM U3 pa-
6ounx pacrBopoB @OII B nuamna3zoHe KOHLIEHTpa-
muii ot 0.01 o 10 000 Hr/T.

Oo6opynoBanne. Mcronp3oBan  aHaJIUTHYE-
CKYIO CTAHIIMIO, COCTOSIIYIO 13 KUIKOCTHOTO XpPO-
matorpaga Dionex Ultimate 3000 RSLC (Thermo
Scientific, CILIA), 060py1oBaHHOTO CUCTEMOM aB-
TOMAaTUYE€CKOT0 BBOIA IIPOOKI, C MACC-CEIEKTUBHBIM
TaHIEMHBIM aHAJIM3aTOPOM BBICOKOTO pa3pelIeHUs
Orbitrap Fusion Lumos (Thermo Scientific, CIIIA) ¢
MCTOYHUKOM MOHOB ¥ MOHM3ALIMEN 3JIEKTPOPACIIBI-
neHueM. JIJIst pa3neneHusl aHaJIUTOB MCIIOIb30BaJIn
xpoMaTorpadudecKkyio KojaoHKy Zorbax 300SB-C18
(Agilent Technologies, CIIIA). DxcriepuMeHTaIb-
Hble JaHHbIE PErUCTPUPOBAIU U OOpadaThIBAIU
C TOMOIITEIO TTPOTrpaMMHBIX TakeToB Xcalibur (Ther-
mo Scientific, CILIA).

Metoguka omnpenenenusa ¢ocgopopraHmdecKux
NEeCTUIIU/IOB B JIEKAPCTBEHHOM PACTUTEILHOM ChIpPbe.
IIpu pa3zpaboTke METOOMKM C LIEAbI0 MOBBILIECHUS
TOYHOCTH MICHTU(UKALIMY 1 OIpene/ieHUs coep-
kanus BeIoOpaHHBIX DOIT, a Takske 115 TTOCTPOCHUS
TPagyUpOBOYHBIX 3aBHUCHMOCTEH MCIIOJIb30BaIN
MpeaBapUTEIbHO CHHTE3UPOBAHHBIC IEHUTEpHPO-
BanHble BC Manatuon-d6 un nuxiopdoc-d6 [28].

Ilpobonodeomoska. Ha aHamUTMUYECKHUX Becax
B3BemMBaau 1 T (TOYHAsI HaBeCKa) U3MEJIbICHHOTO
B J1a00OpaTOPHOI MEJIbHUIIE PACTUTEIIHBHOIO CHIPhS,
MpOXOndILero yepe3 cuto 1 MM, mo6aBasid 5 M
alleTOHUTPWIIA, CONEPXKAIIero IeTeprupOBaHHEIC

XKYPHAJI AHAJTUTUYECKON XUMUU

BC (500 ur/mn mamatnoH-d6, 500 Hr/MII QuxJIop-
doc-d6), mepeMmelmBaad B TedyeHUMEe 4 MUH TIpHU
500 06/MuH. [Hamee 1eHTpUMYTUPOBAIM IIpH
5500 06/MyUH B TeYeHHME S5 MMH, HagOCaTOYHYIO
KMIKOCTh MPOITyCKAIM Yepe3 IIIIPUIEBON (DUIIBTP
s Mukpodwmisrpauyn IITOD ¢ pasMepom TIop
0.20 MxMm. OpraHmdyeckKuii 3KCTPaKT NEpeHOCUITN
B CTEKJITHHYIO BHAJTy €MK. 2 MIL.

Omnpenensiempre DOI1 paspensmm B pekume
TPagEeHTHOIO 3JIIOMPOBAHMSI, CKOPOCTh ITOABIXK-
Holt ¢a3sr 0.35 MiI/MUH, TeMIlepaTypa TepMocTaTa
konoHku 40°C. INogsuxHast daza A — 0.1 06. %
HCOOH B Bone, nomsmxHas daza b — areronn-
Tpuil. IIporpamMma TpagMeHTHOTO 3IIOMPOBAHUS:
0—2 muH: 95% A; 2—10 muH: 5—-95% b; 10—11 MuH:
95% b; 11—15 muH: 95% A. O6beM BBOOUMOIL TIPO-
051 coctanst 0.01 mur.

Hcnonp3oBaay 37eKTPOPaCIbUIUTEIBHYIO HO-
HU3AIUI0 B PEXMME PETUCTPALNH ITOJIOXHUTEIHHO
3apsekeHHBIX MoHOB aHamnToB (DOIT). Benmamna
pas3pelIeHnsI MacC-aHaIM3aTopa COCTaBJIsIa He Me-
Hee 30 000 B pexxume MC/MC.

PE3VJIBTATbI U UX OBCYXIAEHUE

OntnMainbHbIe yeiaoBus nerekTupoBanns OOIT1
npeacTtapieHbl B Taba. 1. Temmeparypa BXOZHOTO
MOHHOro Kanuusipa coctasisiia 325°C, temnepa-
Typa raza-ocymurenas — 350°C, ckopocTh momauyu
00myBoYHOro raza coctapisiaa 50 yci. ed. (coracHO
HOMEHKJIAType IIPOM3BOAMTENS), BCIOMOTATelb-
Horo raza — 10 yci. en. (comtacHO HOMEHKJaType
MPOU3BOAMUTENSA) U MPOAYBOYHOIO raza — 1 yci. en.
Ne 8
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Taommma 1. OnTuMasnbHBIE YCJIOBUS OMTHOBPEMEHHOTO NeTEKTUPOBaHUS (PochOopOopraHNIeCKUX IeCTULIMIOB
C MCIIOJIb30BAHKUEM BJICKTPOPACIIbUIUTEIbHON MOHU3ALMHY B PEXUME PErUCTPALIMU MOJOXUTEIbHBIX NOHOB

Mect 1 LS — OnTuMaabHBII pexXuM DHeprus ¢pparMeHTalu,
i peaxil ¢dparMeHTaLIIU B

305.1083 => 169.0794* HCD 35
Jlva3zuHOH

305.1083 => 153.1022** HCD 35

230.0069 => 198.9647* HCD 10
JumeTtoat

230.0069 => 170.9698** HCD 20

214.0297 => 182.9875* CID 40
OwmeTtoar

214.0297 => 196.0192** HCD 15

334.1349 => 198.1059* HCD 35
IMupumudoc-stun

334.1349 => 182.1288** HCD 35

306.1036 => 278.0723* CID 40
IMupumudoc-merun

306.1036 => 164.1182** HCD 35

331.0433 => 285.0015* CID 25
Manaruon

331.0433 => 127.0390** HCD 15

315.0662 => 127.0390* HCD 15
MaaokcoH

315.0662 => 269.0243** CID 20

321.9023 => 289.8760* CID 25
Xnopnupudoc-MeTu

321.9023 => 124.9821** HCD 25

368.9941 => 322.0064* CID 20
®do3zanon

368.9941 => 182.0003** HCD 25
Manatuon D6 337.081 => 291.0391* CID 25
Huxiopdoc D6 226.9908 => 133.0530%** HCD 30

*MonHas peakuMs 1151 ONpeneSieHUs coaepXaHus, **1MoHHast peaKusl 1Sl TOATBEPXKACHYS PUCYTCTBUSI.

(cormacHO HOMEHKJIAType TPOU3BOMMTENS), B pa-
00Te MCTOYHMKA MOHM3AIUM HMCIOJb30BaINd a30T
B KauecTBe rasza-sHocuteisa. HampsokeHune Ha pac-
OeUITIONIEM  Kamisgpe  cocrtasiasuio 3500 B.
Macc-crexkTphl ¢pparMeHTaluy IOIyJYall B Bapu-
aHTe OUCCOLIMALIMM, BBI3BAHHOM COyIapeHUSIMU
(CID) M BBICOKO3HEPreTUYECKOi ITuCCOIMaliuimu
(HCD). Ilpu BBEIOOpE MOHHBIX peakInii BHIOMpa-
JI1 IBe HamOoJiee MHTCHCUBHBIE, ITOJIyYCHHbIC IS
3THUX BaApUAHTOB AMCCOLIMALINU.

B npouecce pa3zpaboTku MeTOAMKN BhIOWpaIu
¥ ONTUMU3HUPOBAIIM YCIOBUS MACC-CIIEKTPOMETPH -
YeCKOI0 IeTeKTUPOBAHMS B PEXXKME CKAHUPOBAHMUS
(bparMeHTHBIX MOHOB, OOPa3YIOIIMXCS B pe3yib-
Tare (pparMeHTAlluM MOHOB-IIPEIIIeCTBEHHUKOB
aHaJIUTOB.

BoiOop yciioBuii  Macc-CHEKTPOMETPUYECKOTO
nerekrupoBanus. Mcciaemyembie ®@OII (cxema 1)
MMEIOT B CBOEM CTPYKTYpE MOJISIPHBIE 1 OCHOBHEIE
TPYIIIBI, a TAaKXKe JOHOPHO-aKIIENITOPHBIE IIEHTPHL.
3a cueT HaJIM4MS B CTPYKTYpPE aTOMOB a30Ta, KHC-
sopona 1 cepsl MosieKyinbl @OTI 1erko mpoToHMpy-
I0TCSI, 00pa3ysl MOJIOKUTEIbHO 3apsKEHHBIE MOHBI
B cnabokKucIoii cpene, MO3TOMY B Xoae BblOOpa
YCJIOBUI MAacC-CIIEKTPOMETPUIECKOTO IEeTEKTHPO-
BaHHUS UCHOJB30BAIM DJIEKTPOPACIBUINTEIHHYIO

KYPHAJI AHAJIUTUYECKOU XUMUU  TomM79 Ne$

MOHM3AIINIO B PEXUME PETUCTPALINU TTOJIOXKUTEIb-
HO 3apsoKeHHBIX MOHOB. B pesynbrate aHanmmsa
MAacC-CIICKTPOB BBIOpaIM MOHHBIE PEaKIUU, IIPU-
BOIAIIME K Hambojiee MHTEHCHUBHBIM M YCTOMYM-
BBIM (parMEHTHBIM HOHaM. YCIIOBHUS OIHOBpE-
MeHHoro aeTeKTupoBaHust @OIl onTuMusnpoBanu
B peXuMe IIPSIMOTO BBOIA pacTBOpa CTaHAapTa MC-
caenyeMbix @OIT (pacTBoOp ¢ comepsKaHUEM KaxKI0-
ro mecTulmaa 1 MKT/MI B BOIE) HEIIOCPEICTBEHHO
B ICTOYHUK MOHOB.

s mccaemoBaHWsI apaMeTPOB, OTBEYAOIINX
3a HACTPOMKM pabOTHI Macc-AETeKTOpa, HaIlpsbKe-
HUS Ha BXOOHOW JIMH3€ IIPU HACTPOMKE WMOHHOM
OITUKM “HYJEBOTO” KBaIpPYIIONd W SHepruu ¢par-
MEHTallUM B S4YeiiKe COymapeHMIi, MCIIOJb30BaIN
TUIIAYHBIE ITapaMeTphl pabOTBl MAacC-CIIEKTPOMeE-
TPUYECKOIO IETEKTOPa, PEKOMEHIyeMBIe IIPOU3BO-
IUTEIeM 1 IIPOIMCaHHBIe B (haiie aBTOMaTHYECKOM
HACTPOMKM CHCTEMbI — aBTOTIOHMHTA. Harpsoke-
HIUE Ha BXOTHO JIMH3¢ BapbUPOBAIM B IMAITa30HE
10—90 B. g xaxmoro MOII mcronab3oBanm aBa
trtta sHeprun pparmentanyu — CID m HCD. Om-
TAUMaJbHOE HAIpsSLKeHWE Ha BXOMHOM JIMH3E IS
kaxmoro @OII npencraBimero B Taba. 1. YcmoBud
MacC-CIIEKTPOMETPUIECKOTO IETEKTUPOBAHMS BBI-
opannabx ®OI1 npuBeneHs! B TA0IT. 2.

2024



914 OATEEHKOBA u np.

Tabmmma 2. YciaoBust Macc-CIIeKTPOMETPUIECKOTO IeTEKTUPOBaHMSI BEIOpaHHBIX (hOoC(POpOpraHNIYeCcKUX MEeCTULINIOB

¥ UX AeHTEpUPOBAHHBIX AaHAJIOTOB

[MapameTtp OnNTUMU3MPOBAHHOE 3HAYCHUE
Temneparypa raza-ocymures, °C 350
Temrmepatypa BXOZHOTO MOHHOTO Kanuiuisipa, °C 325
CKOpOCTh IMOJAYU ra3a-oOCyLINTENS, YCII. eI, 50
CKOpOCTh MoJauy raza-pacibUIUTeNs Yepe3 ULy 10
HeOynaiizepa, yci. enl.
HanpskeHue ncrouHnka noHusamnuu, B 3500
JIJ1s1 KaXXI0To COeTMHEHNsT YCTaHABIMBAETCS
Hanpstxkenue Ha TuH3e
OTHETBHO

DHeprus pparMeHTaluu

I[JT?[ KaXXa0ro COCAMHEHNA YCTaHaBJIMBACTCA
OTACJIBHO

Non — IpEAIECTBEHHUK

HJ'IH KaXX10ro COCAMHEHUA YCTaHABJINBACTCA

OTIEITHHO

Junamna3oH cKaHUpOBaHUsI, m/7 80—350

BpeMsi ckaHupoBaHusl, MC 22 sl KaXKI0M MOHHOM peakuuu
Paspenrenue macc-crekTpoMerpa 30 000

ITosnsipHOCTh PErUCTPUPYEMBIX HOHOB ITonoxuTenbHbIE

Ha craenyromem oartane misi noHHbIx MRM-
nepexonoB onpenensgeMbix ®OI1 BoiOMpann MUKK
MOHOB, MMEIOIIME HauOOJbIIYI0 HMHTEHCUBHOCTD
B Macc-CIIeKTpax (pparMeHTaly IPOTOHMPOBAHHBIX

MOJIEKYJI aHAJIUTOB. B KauecTBe MOHOB-TIPEKypPCOPOB
BBIOpAIY IPOTOHUPOBAHHBIC MOJICKY/ISIPHBIC NOHBI.
B 1a671. 3 mpuBeneHb HanboJIee MHTEHCUBHBIC TTNKH,
MOJIyYEHHbBIC B PEXUME CKAHUPOBAHMSL.

Taomma 3. Habmomaemast pparmMeHTaluust MPOTOHUPOBAHHBIX MOJIEKYJISIPHBIX MOHOB (hoC(hOpopraHnIeCcKuX
MECTULIMIIOB U UX MOJIEKYIIpHbIe (popMyabl (pparMenTanus B pexxumax CID = 25, HCD = 25)

DJIeMEeHTHBIN coCcTaB | M/ Zreop | M/ Za6n | Am/z, MH™! HNHTeHcuBHOCTD, %
HwnasunoH CID

C8HI13N2S 169.0794 169.0792 —0.22 75.29

C8HI130N2 153.1022 153.1021 —0.17 36.93

C10H1803N2PS 277.077 277.0772 0.21 2.7
Hwasuaon HCD

C8HI3N2S 169.0794 169.0793 —0.1 100

C8H130N2 153.1022 153.1021 —0.1 50.35

H403PS 114.9613 114.9613 —0.04 6.54
Jwumetoat CID

C4H8O3PS2 198.9647 198.9648 0.05 100

C3H802PS2 170.9698 170.9699 0.13 1.92

C4H902NPS2 197.9807 197.9815 0.79 1.26
Jdumeroar HCD

C2H8O3PS 142.9926 142.9924 —0.21 100

C3H802PS2 170.9698 170.9696 —0.16 83.08

C4H80O3PS2 198.9647 198.9646 —0.08 35.51

KYPHAJI AHAJTUTUYECKOM XUMHUU  TomM79 Ne8 2024
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Taomua 3. [TpomomkeHue

915

DJIeMEHTHBII COCTaB | M/Zreop | M/ Z,s6n | Am/z, MaH™! HWHTeHcuBHOCTD, %
Owmeroar CID
C4H804PS 182.9875 182.9873 —0.25 100
C5H1103NPS 196.0192 196.019 —0.18 18.74
C2H8O3PS 142.9926 142.9925 —0.15 3.51
Ometoar HCD
C2H8O3PS 142.9926 142.9924 —0.2 100
C4H804PS 182.9875 182.9874 —0.1 39.53
C3H8O3PS 154.9926 154.9924 —0.18 33.32
IMupumudoc-stun CID
C11H2103N3PS 306.1036 306.1041 0.52 45.36
C9H16N3S 198.1059 198.1059 0 71.4
CI9H160N3 182.1288 182.1288 0 17.83
IMupumudoc-stun HCD
C9H16N3S 198.1059 198.1059 —0.03 100.00
C9H160N3 182.1288 182.1288 0.03 28.27
C11H2103N3PS 306.1036 306.1042 0.61 18.32
IMupumudoc-metrun CID
C9H1703N3PS 278.0723 278.0726 0.36 9.46
CI9H14N3 164.1182 164.1182 —0.03 7.53
C10 H1702N3PS 274.0774 274.0778 0.4 5.06
IMupumudoc-metun HCD
C9H14N3 164.1182 164.1181 —0.09 17.55
C9H1703N3PS 278.0723 278.0727 0.42 5.06
C10H1702N3PS 274.0774 274.0778 0.46 2.22
Manaruon CID
C8H1405PS2 285.0015 285.0019 0.41 100
C6H703 127.039 127.0388 —0.12 14.07
C4H303 99.0077 99.0076 —0.12 3.73
Manarron HCD
C4H303 99.0077 99.0076 —0.11 100
C6H703 127.039 127.0388 —0.13 78.88
C2H8O3PS 142.9926 142.9925 —0.1 25.42
Manaokcon CID
C6H703 127.039 127.0388 —0.16 100
C8H1406PS 269.0243 269.0246 0.31 63.77
C4H303 99.0077 99.0076 —0.09 58.99
Manaokcon HCD
C4H303 99.0077 99.0076 —0.11 100
C6H703 127.039 127.0388 —0.13 72.99
C2H8O3PS 142.9926 142.9925 —0.09 18.5
Xnopnupudoc-metua CID
C6H402NCI3PS 289.876 289.8765 0.45 100

XKYPHAJ AHATUTUYECKON XUMUU

ToM79 Ne§ 2024
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Taomna 3. [TponomkeHue

DJIeMEHTHBII COCTaB M/Zreop M/ Z,s6n Am/z, MaH™! HWHTeHcuBHOCTD, %

C2H803PS 142.9926 142.9925 —0.12 3.67

C2 H6 O2PS 124.9821 124.9819 —0.14 1.12

Xnoprmpudoc-metrn HC

C2H8O3PS 142.9926 142.9925 —0.14 100

C6H402NCI3PS 289.876 289.8765 0.45 48.23

C2H602PS 124.9821 124.9819 —0.13 9.76

®ozanon CID

C11H1404NCIPS 322.0064 322.0068 0.42 100

C8H502NCl 182.0003 182.0003 —0.04 35.91

CI0H1003NCIPS2 321.9523 321.9524 0.12 8.07

®o3zanon HCD

C8H502NCI 182.0003 182.0003 —0.03 100

H403PS 114.9613 114.9613 —0.06 11.6

CI10HI503NCIPS2 326.9914 327.0783 86.91 4.21

Mastatnon-dé6 CID

C8HS8[2]H605PS2 291.0391 291.0393 0.17 100

C6H703 127.039 127.0389 —0.08 11.16

C4H303 99.0077 99.0076 —0.06 3.08
Manaruon-d6 HCD

C4H303 99.0077 99.0075 —0.13 100

C6H703 127.039 127.0388 —0.17 82.03

C5H2[2]H603PS2 217.0024 217.0023 —0.04 19.32
Huxnopdoc-d6 CID

C2H2[2]H604P 133.0531 133.0529 —0.2 79.23

C2H[2]H603CIP 151.0192 151.0191 —0.19 39.14

C3[2]H602C1 115.0427 115.0429 0.15 0.16
Huxnopdoc-d6 HCD

C2H2[2]H604P 133.0531 133.0529 —0.23 100

C2H[2]H603CIP 151.0192 151.0191 —0.14 7.07

C3[2]H602Cl1 115.0427 115.0428 0.1 0.07

151 omeToara, MajJaoKCoHa, XJI0pInupudoc-me-
TUja, MajlaTMoOHa, MupuMudoc-mMeTmina u ¢o3aio-
Ha ONTUMAJIbHBIA pexXUM (pparMeHTALMKU IS IBYX
MOHHBIX peakluii He coBmnagaer. Tak, Ha pwuc. 1
B KauecTBe IpUMepa MpeacTaBIeHbl MacC-CIIEKTPhI
(bparMeHTaLIMI MOJIEKYJISIPHBIX MOHOB OMETOA-
Ta, MOJYYCHHbIC B PEXMME BHICOKOTO pa3pellieHUs
B Bapuantax CID u HCD. ®parmenr mist onpe-
neneHus comepxaHus 182.9875 xapakrepusyercs
0osiee BHICOKOM MHTEHCUBHOCTHIO B pexknme CID,
a ¢parMeHT i IIOATBEPXKICHUS IIPUCYTCTBUS
196.0192, Ha06OPOT, JIydllle IPOSIBISIECTCS B pEXXUME

XKYPHAJI AHAJTUTUYECKON XUMUU

HCD-¢pparmenTanum. Ha ocHOBaHUM MOTYyYeHHBIX
JaHHBIX Wi Kaxagoro ®OIT BeIOpanu 1Mo ABe HaK-
0osiee MHTEHCUBHBIE MOHHBIE peakuuu. B Tadm. 1
npeacTaBlieHbl BbIOpaHHbBIE Haubojiee MHTEHCUB-
Hele peakuny misd Kaxaoro @OIT u BC (neirepu-
POBaHBIX AaHAJIOTOB).

Bbi0op ycioBmii xpomaTtorpacuueckoro pasuene-
HUA. YCTaHOBWIM, YTO B KayeCTBE HEIOIBIKHOI
¢a3sr mpu onpenenennu OOII B JIPC onrrumansHO
WCIIONb30BaHMe KoJoHKM Agilent Zorbax 300SB-
Cl18, 100 MM X 2.1 MM c TMaMETPOM 3epHa copbeHTa
3.5 MKM.

ToM79  Ne8 2024
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Puc. 1. Macc-crekTpsl ¢pparMeHTalii TPOTOHUPOBAHHOTO MOJIEKYJIIPHOTO MOHA omeToara ¢ m/z 214.0297, moayyeHHbIe
B BapuaHTax CID (25 B) u HCD (25 B). Pexxum peructpaiiu mojoXuTeTbHBIX 3apsoKeHHBIX HOHOB.

Hns paznenenuss MOIT ucrnoab30Bany MOIBUXK-
Hyto (azy, cocrosuyio u3 auetonutpwia u 0.1%-
HOTO pacTBOpa BOTHOIO MYpPaBbMHOM KHCJIOTHL.
Hcnonb3oBaHrue MypaBbMHOM KHUCIOTHI CITOCO0-
CTBYET HaMMeEHbIIIeMY pa3MbiBaHUI0 TTUKOB DOII.
B 1ab1. 4 mpencTaBiieHBI YCIOBUS U ITapaMeTPhI XPO-
marorpaduyeckoro pasgeneHus M®OII. PacuetHas
BEJIMYMHA MEPTBOTO BpeMeHU cocTabiisgeT 0.7 MMUH.
B Tabn. 5 mpuBeneHbl mapaMeTphl XpoMarorpadu-
yeckoro pazaeneHuss ®OI1 B BbIOpaHHBIX YCIOBUSIX.

B kawectBe kputepus mnpucyrctusgs DOII
B IIpo0ax MCIOJb30BaId OTHOCHUTEIIBHOE BpEeMs
yIepXrBaHUs U IIPEICTaBICHHBIEC B Ta0JI. 1 MOHHBIC
peaknuy (COBIaJeHUE IBYX BBIOpAHHBIX MOHOB
M3 Macc-CIIEKTPOB (pparMeHTaIluM IIPOTOHUPOBAH-
HBIX MOJIEKYJI aHAJIMTOB, COOTBETCTBYIOIIMX OIIpEe-
JeIsIeMOMY KOMIIOHEHTY).

OnTuvuzanusi  mpoueaypbl MOATOTOBKM  MPOO.
PacnipocTtpaHeHHbIM crocooomMm MOATOTOBKU

KYPHAJI AHAJIUTUYECKOU XUMUU  TomM79 Ne$

o6pasuos npu onpeneneH OOIT gBgeTcs cucre-
ma QuEChERS, pa3pa6orannas B 2003 r. s aHa-
JIN3a MHUIIEBBIX MPOAYKTOB [29]. g mocTrzKeHMs
VIOBJIETBOPUTEIbHBIX PE3YJIbTaTOB  OIPENeICHMS
DOIT mpoaHanM3MpPOBaIN pa3INIHbBIC YCIIOBUS OKC-
TpaKUKU (TUIT PACTBOPUTEIIS IJIT SKCTPAKIIMU 1 THUIT
ounctkn). Mcmonmp3oBanue cucteMbl QUEChERS
10KAa3aJI0 HEeYIOBIETBOPUTEIbHBIE PE3YJIBTAThI, UTO,
BEPOSITHO, CBSI3aHO C OOJIBILIMMU ITOTEPSIMU 00pasiia
B XOII¢ TIPOLIEAYPHI IIPOOOIIOATOTOBKU.

B xauectBe onTMMAaNbHOIO MeTOma IPOOOIIOM-
TOTOBKM BBIOpaIyd 3KCTPAKIUIO alleTOHUTPUIOM
0e3 MCITOIb30BaHMSI TBepao(a3HOil OUMCTKU 3KC-
TpakKTa. 3a OCHOBY B3I METOIUKY, IIPEII0XKEHHYIO
Awmata 1 np. [30], mrs onipeneneHms apIaTOKCUHOB,
KpacuTeneil M MeCTUILINIOB B CIICIIMSIX.

Ha pwuc.2 B KadecTBe IIpuMepa IIPUBEICHBI
XpOMaTOrpaMMbl MaJIaTUOHA B IIp00ax KOPHEBUIII
C KOpHSIMM BajiepdaHbl B BBIOPAHHBIX YCIIOBHSX

2024



918

Tabmmma 4. YciaoBus xpomarorpaduueckoro pa3aeineHus

OATEEHKOBA u np.

ITapametp

3HayeHue

O0beM BBOOAUMOM MMPOOHI,
MJ

0.010

0.1%-Hast MypaBbUHast

DnmoeHT A
KHCJIOTa B BOIE
OmoeHT b ALIETOHUTPUIT
Temmneparypa TepmocTaTa 40
KOJIOHKHU, °C
CKOpOCTh ITomaun
P A 0.350

9JII0CHTA, MJI/MUH

0.00—2.00 muH 5%
smoeHTa b;
2.01—10.00 MmuH 5—95%

IIporpamma smoeHTa b;

SJIIOMPOBAHUS, 10.01—11.00 muH 95%

COCTaB IMOABIKHOM (ha3bl | amoeHTa b;
11.01—15.00 muu 5%
anoeHTa b

(TpamueHTHBIN PEXIM)

pa3neneHus M NoAroToBKu po6. Ha xpomaTtorpam-
Max IIpeAcTaBjieHa BeJINYrHA aHATUTUIECKOTO CUT-
Hajla MOHAa U3 MacC-CIIEKTPOB (pparMeHTalluy IIPO-
TOHMPOBAHHBIX MOJIEKYJI aHAJIMTOB, BBHIOPAHHOIO
IUIS KOJIMIECTBEHHOTO aHaIM3a.

Bamupamuio metomuku onpenenenus DOII
B JIPC MeTOTOM KMIKOCTHO# XpOMAaTO-MacC-CIeK-
TPOMETPHHU BBICOKOTO pa3pelIeHusT IIPOBOIWIN

RT:1.78
AA: 30825387

RT:1.78
AA: 13039934

OtHOCHTEenbHAS IIHTCHCHIBHOCTD, %

AA: 22388

o

RT 1.29
AA 7010

o

Rl B ) K R U A e AR SE) el R

1 2 3 4 9 6
Bpems yaepiKIIBaHILA, MITH

Puc. 2. Cynepnosuiius XpomaTorpamMM CTaHIApTHO-
ro pactBopa, comepxaiiero 100 Hr/Ma MajgaTHOHA,
10 IByM MOHHBIM peakLMsM. | — MOHHasl peakius 1Ist
onpenencHus conepxkanus 214.0297 => 182.9875; 2 —
MOHHAsl peakuusl s MOATBEPXKICHUS IPUCYTCTBHUS
214.0297 => 196.0192.

Ha ocHoBe O®C 1.1.0012 “Banumauns aHaIUTUYE -
ckux Meroguk” u ODC 1.5.3.0011 “Onpenenernue
colepXaHUsT OCTATOYHBIX IMECTULIMAOB B JIeKap-
CTBEHHOM PACTUTEILHOM ChIPbE M JIEKAPCTBEHHBIX
pacTUTeNbHBIX TIpemapaTtax” locymapcTBeHHOI
dapmakorren P® XV uspganug [11] mo ciemyro-
IIMM ITapaMeTpaM: CIIeu(pUIHOCTh, TUHEHHOCTD,
MPaBUILHOCTh U aHAIMTUYECKAs 00J1aCTh, Mpeae

Taommma 5. [Tapamerpsl XxpoMaTorpaduueckoro pasaeneHust pochopopraHnIecKrx MeCTUIUIOB

Iectuuug Bpewms ynepxxuBanus, mud | KoadpduuneHnt emkoctu | Yncno TeopeTMYECKUX TapesioK
Juna3uHoH 9.0+0.2 11.9 268 366

Jumeroar 55+0.2 6.9 50232

Owmeroat 1.8 £0.2 1.6 6355
IMupumudoc-stun 9.7+0.2 12.9 310 628
IMupumudoc-mMeTua 9.0+£0.2 11.9 336 017

Masatnon 85%+0.2 11.1 156 127
ManaokcoH 6.9+0.2 8.8 208 024
Xnoprnupucdoc-MeTHI 9.3+0.2 12.2 118 868

®dozanon 9.3+0.2 12.2 205 796

XKYPHAJI AHAJTUTUYECKON XUMUU
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OMPEAENEHUE AEBATU ®OCOOPOPTAHUYECKHNX MECTULNI0B

KOJIMYECTBEHHOTO
HOCTb.

CornacHo TpeOOBaHMSAM K BaluAallMy aHaJIM-
nyeckux Metonuk SANCO, olieHUBaIu BIUSIHUE
MaTpUIHOTO 3(PpdeKTa, XOTS 3TO He BXOIUT B 005132~
TeJIbHbIE KPUTEPUH BaJIUIALIMH.

Cneyuguynocmo. J11s1 TIOOTBEPXKICHUS CIICIIH-
(pMYHOCTY MCTIOIB30BAIA IIPOOBLI KOPHEBHIIL C KOP-
HSMM BajepuaHbl, He conepxaimue ®OII, u cpas-
HUBaJIM C MOMOENbHBIMU Npobamu pgaHHoro JIPC,
B KOTOpbIE B XO/€ INMPOOOMOATrOTOBKU 100aBISLIU
paboumntii cranmapTHbIi pactBop MOII B anteToHUT-
pwie. Ha moayyeHHBIX XpomaTorpamMMax OTCYT-
CTBOBAJIM ITMKM KOMITOHEHTOB, MEIIAIOIIUX OIlpe-
neneanio MOII. Bpems ynepXuBaHWSI OCHOBHOTO
MMKa Ha XpoOMaTorpaMMax MCIIBITYeMbIX PaCTBOPOB
COBMNAJI0O C BpEeMEHEM YACP:KMBAaHUS OCHOBHOTO
n1Ka Ha xpoMmartorpamMax st Kaxnoro @OTI. Bpe-
M yOepXUBaHUSA IJI KaXIOro MeCTUIaa, Kodd-
prmeHT eMKoCcT M 3 (PEKTUBHOCTD pas3ieIcHUs
OpUBEIEeHBI B Ta0JI. 5.

Jluneiinocms.  JInsg  Kaxaoro omnpeneaseMo-
ro TEeCTUIINIA TOTOBWJIM CEPUI0 TPagynpoOBOI-
HBIX pacTBOPOB B amariazoHe KoHueHTtpauumii 0.01
mo 10 000 ar/r. B kawectBe BC wucnomb3oBaiu
no6asky 500 ur/mn manatuoH-d6 u 500 Hr/mia
nuxiaopdoc-d6. s xjaopcoaepKaliero mecTULaa
XJoprupurdoca IIomank MMKa HOpPMUPOBAIIH C IIe-
pecueToM Ha Auxiaop¢oc-d6, B OCTABHBIX CITy4asix
¢ mepecdyeToM Ha MajaTuoH-d6. sl OCTpOEeHUS
TPagyUpPOBOYHBIX 3aBHCHMOCTEH MCIIOJIBh30BaIN
OTHOILIEHUS TUIOIIAAEH MMKOB BEIOPAHHON MOHHOM
peakunm mis onpeneineHus ®OII x mmomansam -
KOB JIefiTeprpOBaHHBIX aHAIOroB. [1o morydeHHBIM
3HAYCHUSIM CTPOMJIM TPagydpOBOYHEIE TpacdhUKMu.
YcraHoBWIM, 4TO rpadUKM 3aBHCHMOCTEM OTHO-
ImIeHui mwiomany mika Kaxmaoro @OII k momanu

oIpeneneHusI, MpPernu3nOH-

919

nuka BC ot ero comep:kaHusI TIMHEHBI 1 OIIMCHIBA-
I0TCS ypaBHeHUEM y = ax. [lonydeHHbIE pe3yIbraThl
MPUBEICHBI B TA0J. 6 M yIOBIETBOPSIOT KPUTEPUSIM
MIPUEMJIEMOCTH II0 ITOKA3aTeNio “JIMHEMHOCTD .

Ilpeden koauuecmeennoeo onpedenenus. B coot-
BETCTBHU C ITOJyYeHHBIMU OAHHBIMU BaJUIHAPYyeE-
Masl METOIMKAa 00eCIIeunBaeT CICAYIONIe 3HAYCHUS
MpeaeIoB KOMMYECTBEHHOTO OIIPEeIeHUS, HI/T:
0.01 gna mmasmHoHa, 0.1 mna muMetoara, 0.1 s
oMmetoata, 0.01 mna mupmmmdoc-stima, 0.01 mosa
mupumudoc-meruna, 0.1 gaa manatnona, 0.01 mrg
MajaokcoHa, 10 misa ¢pozamona. /s a3Tnx 3HaYeHMIT
OTHOIIICHWE CUTHAJI/IIyM TSI KaXKIO0rO0 KOMITOHEH-
ta mipeBbrmaet 10 : 1. JlaHHBIE 3HAYEHUS TIpenesa
KOJIMYECTBEHHOTO OIIpeAC/ICHUSI ITI03BOJISIIOT OIIpe-
nensaTs @OIT B JIPC B koandecTBax, COOTBETCTBYIO-
IIMX IIpeneiaM JOIIyCTUMOTIO colepXaHusI, 0003Ha-
yeHHBIX B OPC 1.5.3.0011.15.

IlpasuavHocms pa3pabOTaHHOIO ITOAXOHA IIPO-
BepSUIM METOIOM BBeIeHO—HalimeHo. [ma 3Toro
TOTOBWJIY CepHU P00 KOPHEBUII ¢ KOPHSIMU BaJie-
puanbl ¢ BHeceHHbIMU DOII ¢ KOHIEHTpauusIMu
kaxpgoro a”HanmTa (Hr/r) 0.04, 0.4, 4, 40, 400, 4000.
CreneHb M3BJICYESHUS] KaXKIOT0 MECTUIIMIA JIexXana
B auanaszoHe 70—110% (tabu. 7).

Ilpeyusuonnocmo. I110BTOPSIEMOCTh METOOMKH
XapaKTepU3yeT ee MPELUM3NOHHOCTD IIPY BEIIIOJIHE -
HUM MOBTOPHBIX UCIIBITAHMI B IIpeaenax KOpOTKO-
ro IIPOMEXYTKAa BPEMEHM B YCJIOBUSIX CXOTMMOCTH
Ha OIHOM W TOM Xe obopynoBaHuu. OmipeneneHue
MIPOBOIWIN HA IIECTU UCITBITYEMBIX PaCTBOpaX KOp-
HEBMIIl C KOPHSIMM BaJlepuMaHBbl JIeKapCTBEHHOIA.
Kaxngrii pactBop xpoMmaTorpadprpoBaid TpU pasa.

IIpen3nOHHOCTh OLICHWBAJIM METOIOM BBeE-
IeHO-HalilecHO Ha IIpUMepe TpeX KOHIICHTpaLWi
C TpeMsI IIOBTOPaMU IJIST KasKIOM 1 BEIpaKajIu B BUIC
CTAaHIAPTHOTO  OTKJIOHEHMS,  OTHOCHUTEIHLHOTO

Tabmmma 6. MeTposornyeckue XxapakKTepuCTUKU oripenesieHusT pochopopraHndecKuX MeCTULIMI0B B MOACTbHBIX

po0Oax KOPHEBUII ¢ KOPHSIMM BaJiepUaHbI

Mecruun T eenn | puuponosmoro pagmsae e | K

Jva3zuHoH S;,=9.04 x 107 %; 0.01—-10 0.996
Hdumeroar S, =0.22¢; 0.1-100 0.997
Owmeroat S, = 0.186¢; 0.1-100 0.998
IMupumudoc-3tun S;=0.322¢ 0.01-10 0.995
IMupumndoc-merun S, =6.51 X 1072 ¢, 0.01-10 0.993
ManatroH S,=3.46 X 107, 0.1-100 0.997
ManaokcoH S, =3.32 X 1072, 0.01-10 0.994
Xnoprupudoc-MeTni S,=1.11 X 107, 1-500 0.997
®dozanon S, = L.71 x 10, 10—5000 0.996

IMpumeyanue: S, =

Sonp/ Sen.cr, — OTHOLIEHME TUIOLIANEH NTMKA BEIOPAHHOI MOHHOM peaKMK 11l KOJTMYECTBEHHOM OLIEHKM ONPENe-

JISIEMOT0 aHaJIUTa K TUTOIAAN MMUKA COOTBETCTBYIOIIETO neiiTepupoBaHHOro BC; ¢; — KOHLIEHTpAIUs OTIPENesieMOro KOMIOHEHTa

B Ipo0e, HI/T.
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Ta6mua 7. [TpaBMIBHOCTD U TPELIM3UOHHOCTH OlpenceHus ¢GochopopraHNnIECKUX IMTeCTUIINI0B B MOIEIBHBIX

po0ax KOPHEBUII ¢ KOPHSIMM BaJiepHUaHbI

TMectuumg BBeneHo, Hr/T HaiineHo, Hr/T s, % s, HT/T HBBEI:;(;:;EZ, %

0.04 0.037 4.02 0.0015 91.7

Jna3nHOH 0.4 0.42 2.53 0.0107 106.0
4 4.09 2.41 0.0987 102.3

0.4 0.39 8.28 0.032 97.4

Humeroar 4 3.69 6.07 0.22 92.2
40 42.3 6.67 2.82 105.8

0.4 0.41 4.45 0.018 102.8

Owmeroar 4 3.74 2.04 0.076 93.6
40 41.3 6.33 2.61 103.3

0.04 0.036 6.55 0.0024 90.4

?T?A?‘M“‘boc' 0.4 0.42 2.17 0.0092 106.3
4 4.16 44 0.18 104.1

0.04 0.039 3.1 0.0012 96.8

Hupiyidoc- 0.4 0.42 2.98 0.012 103.9
4 3.70 2.91 0.11 92.5

0.4 0.42 7.12 0.030 105.2

ManatuoH 4 4.23 3.36 0.14 105.9
40 40.5 20.1 8.1 101.2

0.04 0.038 6.11 0.0023 93.9

MajaokcoH 0.4 0.37 7.01 0.026 93.0
4 4.16 3.2 0.13 104.0

4 3.78 1.1 0.043 94.3

ﬁgjﬁ;“p“‘boc' 40 36.2 45 1.64 90.5
400 387.7 10.6 41.1 96.9

40 34.5 8.07 2.78 86.2

®do3zayoH 400 378.8 2.29 8.67 94.7
4000 4133.2 9.2 380.4 103.3

CTaHIAPTHOTO OTKJIOHEHUSI M OTHOCHUTENIBHOM II0-
rpelrHocTy. Pe3ynbraTel mpeacTaBieHbl B Tabm. 7
U YIOBJIECTBOPSIIOT BaJIMIAIMOHHOMY KPUTEPUIO
“IIpeIU3NOHHOCTE”.

Mampuunbiit 3¢pgpexm. J1J11 KaXaoro mnecTULvIa
omnpenesii MaTpuuHbIid ekt (MD), cpaBHUBas
HaKJIOH I'pagypPOBOYHBIX KPUBBIX B MaTpUIle (KOpHE-
BUIIA C KOPHSIMU BajiepdaHbl) U alleTOHUTPUIIE, UC-
TOJTBE3YI0 (hOPMYITY, TIPUBEICHHYIO B padoTax [21, 31]:

HaxJioH rpagyupoBOYHOIO

MD, % = rpadrka B MaTpHIIe —1) % 100.

HaxJioH rpagyupoBOYHOIO
rpadrka B alleTOHUTPUIIS

Jlnst 6onpIIMHCTBA TTeCTULIMAOB MDD oka3zajcs
OTpULATEIbHBIM CO 3HayeHUsAMU Huxe 20%, T.e.

XKYPHAJI AHAJTUTUYECKON XUMUU

MPOUCXOOUT IIOAAaBJICHUE WMHTEHCUBHOCTM aHa-
JUTUYECKOTO CUTHAjJa Ha XpoMarorpamMmax. 9To
MOXET OBIThb CBSI3aHO C IPHUCYTCTBMEM B KOpHE-
BHUIIIAX C KOPHSIMM BaJiepuaHbl 3(UPHBIX Macell
W IPYTHMX BTOPUYHBIX META0OJMTOB, KOHKYPH-
PYIOIIUX ¢ aHAIMTaMM IIPU XpoMaTorpahuaecKom
pa3neneHun MO0 M3MEHSIOIIMX CBOICTBA 3IIIO-
€HTa, KOTOPbIC BIMSIIOT Ha IIPOLIECC HAJIbHEHUINEH
noHm3auuun. Tak, MD miag ImasMHOHA COCTaBUII
—13.7%, nna numertoara —14.6%, nnga omeroara
—7.6%, nins mupumucdoc-metuaa —10.3%, nig nu-
pumucdoc-stuna —17.0%, nng mamatnona —2%,
st manaokcona —0.4%, mist doszanona —10.7%.
Xnopnupudoc-MeTUIT ITOKa3all IIpY aHaJlu3e yBe-
JIMYEeHUE XpoMaTorpacrIecKoro CUrHajga u cooT-
BETCTBEHHO MOJOXUTEAbHBIA MD — +13.4%. Yuer
MDD cBUIETENBCTBYET O MPUEMIIEMOCTH METOINKU
1o ananmza JIPC.
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PazpaboraHa u BanuaupoBaHa METOAMKA O-
HoBpeMeHHOro omnpeneneHust aessitu ®OII, nmo-
MMyCTUMBIX K HPUMEHEHUIO Ha Teppuropuu P@,
B JIPC MeTOmoM XMIKOCTHOM XpOMAaTO-Macc-CITeK-
TPOMETPMHU BBICOKOIO paspelleHus. Meromuka
BaJIMAMPOBAHA IO CJEAYIOIMIMM BaJMAALIMOHHBIM
napaMeTrpam: CIelu(pUIHOCTh, JMHENHOCTD, IIpa-
BIWJIBHOCTb U aHAJWUTHYeCKass o00JacTh, IIpemen
OIlpeAesIeHUsI, MPELUM3NOHHOCTh, MAaTPUYHBIN 3(-
(dexr. [lokazaHo, 4TO pe3yIbTaThl BATUIALIUN YIOB-
JIETBOPUTEIIBHEI II0 BCEM YKa3aHHBIM KPUTEPUSIM.
IIpennoxeHHbIN Moaxon MOXET ObITh YCHEIIHO UC-
MOJIB30BaH IS MASHTU(UKAIIMN 1 OIpPEAeIICHUS
®OIT B JIPC B mmpokoM Auara3oHe KOHIICHTpa-
muii ot 0.01 mo 10 000 mr/r. Hapsny ¢ ¢dapmaiieB-
TUYECKMMM KOMIIAHUSIMM, KOTOpbIE 3aHUMAIOTCS
nepepaboTkoit JIPC n mpon3BomcTBOM JIeKapCTBEH-
HBIX PACTUTEIbHBIX IIpernapaToB, IIpenjiaracMasi
METOIVKA MOXET MCIIOJIb30BaThCs IJIS aHAJIM3a CO-
nepxananst MOII B ceIipbe MPON3BOIUTENSIMA CEITh-
XO3IMPOAYKIINU.

OMUHAHCHUPOBAHUWE PABOThHI

Hannag pabora ¢uHAHCHpoBajach 3a CYET
cpenctB Owomkera PdemepalbHOrO0 rocygapCTBEH-
HOTO aBTOHOMHOTIO O0pa30BaTEIbHOIO YyUYpeXIie-
HUs BhIcuiero oopasoBaHus IlepBbliit MocKoBCKuUi
TOCYIapCTBeHHBII MEOWULIMHCKWIN  YHUBEPCUTET
nM. U.M. CeuenoBa MwunsgpaBa Poccum (Ceue-
HOBCKHMI yHHMBepcuTeT). HMKakux DOITOTHUTEIIb-
HBIX TPaHTOB Ha MPOBEACHHE WM PYKOBOICTBO
IAHHBIM KOHKPETHBIM HCCIICAOBAHUEM IIOJTYyYCHO
He ObLIO.
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ABTOpHI TaHHOM PabOTHI 3asBJISIIOT, YTO Y HUX
HET KOH(MJINKTa MHTEPECOB.
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DETERMINATION OF NINE ORGANOPHOSPHORUS PESTICIDES BY
HIGH-RESOLUTION HPLC-MS/MS IN MEDICINAL PLANT MATERIALS

O. V. Fateenkova®~*, A. M. Savvateev>**, A. V. Braun’, V. L. Beloborodov4, I. V. Gravel

4 I.M. Sechenov First MSMU of the Ministry of Health of the Russian Federation, 119991 Moscow, Russia
b Laboratory for the Chemical and Analytical Control of the Military Research Centre, 105005 Moscow, Russia
* E-mail: Fateenkova-Olga@mail.ru
** E-mail: Savvateev_A_M@staff.sechenov.ru

Abstract. A method for the simultaneous determination of organophosphorus pesticides (OPPs)—dia-
zinon, dimethoate, omethoate, pirimiphos-methyl, pirimiphos-ethyl, malathion, malaoxon, chlorpy-
rifos-methyl, and phosalone—in medicinal plant materials using high-resolution liquid chromatogra-
phy-mass spectrometry has been developed. The method involves a rapid sample preparation procedure,
where ground plant material is extracted with acetonitrile. Analytical conditions were optimized using re-
verse-phase chromatography. The determination is carried out using the internal standard method with
deuterated standards of malathion-d6 and dichlorvos-d6, based on two of the most intense, specific ion
reactions for each individual OPP. The method was tested on plant materials, specifically the rhizomes with
roots of valerian (Rhizomata cum radicibus Valerianae officinalis), and validated for specificity, linearity,
accuracy, analytical range, limit of quantification, precision, and matrix effect. This method can be used to
determine the mentioned OPPs in a wide concentration range, from 0.01 to 10,000 ng/g of raw material, in
both medicinal and agricultural plant cultivation.

Keywords: organophosphorus pesticides, medicinal plant materials, high-resolution mass spectrometry,
high-performance liquid chromatography, validation.
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