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MpennoXxeHo NpPYMEHeHe COBPEMEHHBIX HU3KO-
nonbHbIX crnekTpomeTpoB AMP 'H Ha pabouein vacto-
Te 60 Ml AnA KOHTPONA NOANUHHOCTU NEKAPCTBEHHbIX
cpenctB. [lpoBefeHa anpobaunsa ¢ypbe-cnekTpomerT-
pa AMP Pulsar komnaHun Oxford Instruments (Benuko-
6puTaHMA) B KauyecTBe WHCTpyMeHTa AnA upaeHTudurka-
UMM N KONMYECTBEHHOro aHanum3a paga NleKapCTBEHHbIX
cpencts (JIC). MokaszaHo, uto cnekTpbl AMP 'H Ha pabo-
yen vactote 60 Ml no3BonsT MAeHTUGUUNPOBATL B
J1C nekapcTBeHHbIE CYOCTaHLMK, A MO BblgENEHHbIM 000-
COOGNEHHBIM WHAMKATOPHLIM CUTHaNAM OMnpefenstb KX
KONMMUYeCcTBEHHOE cofiepkaHune 6e3 UCNosb30BaHNA CTaH-
JapTHbIX obpasuoB. [na Banugauuu n BepuouKaymum
pa3pabaTbiBaemMbIx MeTOAMK 6eCccTaHfapTHOIrO CKPUHUH-
ra pekoMeHA0BaHO MCMNOJSb30BaHNe TaHAEeMa HU3KOMOJb-
HOW 1 BblcokonosibHow (6onee 300 Ml ana 'H) annapaty-
pbl AMP.

OnAa 3awnTbl 30poBbA NoTpebutenei HECOMHEHHa
Ba)HOCTb ObICTPOro CKPMHMHIa NEKAPCTBEHHbIX CPEACTB
(NC), nocTynatowwmx B anTeUHY CeTb 1 NleyebHble yupex-
JeHuva. [Ina pgokasaTtenbCTBa NOASIMHHOCTU M KayecTBa
JIC B dapMakonenHbiX CTaTbAX COAepPXKaTcA Banuanpo-
BaHHble METOAMKN C MPUMEHEHVEM CTaHAAPTHbIX 0bpa3s-
LoB. B oTnnume o1 HUX CKPVMHUHIOBbIE METOAbI OOMKHbI
oTBeuUaTb crefylwum TpeboBaHUAM: MPOCTOTa WU OT-
CyTCTBME NPo6HONOAroToBKM, ObICTpas npoueypa nsme-
PEHVA 1 MAEHTUOUKALUUN UHTEPECYIOLNX KOMMOHEHTOB
(06bIYHO NeKapCTBEHHbIX Cy6CTaHLWIA), OLEHKa UX Co-
JepXaHua ona onepaTtMBHOro NpuHATUA pelenus [1]. C
no3uuUnin yHMBEpCanbHOCTN, UHGOPMATUBHOCTU U (yH-
JaMEeHTaNbHOCTU TakKNMU BO3MOXKHOCTAMY Cpean U3BeCT-
HbIX METOAOB aHanm3a B Hanbornblien cteneHn obnagaet
€[IVMHCTBEHHbIN — KONMYeCTBEHHaA CNeKTPOCKONUA agep-
HOrO MarHMTHOrO Pe30HaHca.

noaboP ObOPYNOBAHUA
ONA CKPUHUHIA
B mexxgyHapopgHown cucteme CU cnektpockonua AMP

npusHaHa MpAMbIM METOAOM omnpefdeNieHa MOJIbHOM
JONV BewecTB B pactBopax. CerogHsa 3To o6wenpuHs-

TbIi YHUKaNbHbIN MeToh OOHapy»keHus, uaeHTuduka-
LUUKN CTPOEHUA 1 OnpefeneHna COAepaHUsA KOMMOHEH-
TOB CNIOXHbIX cMecel, Kakumun asnatoTca JIC. OH wnpoko
ncrnonb3yetca B dapmakoneax pPasBUTbIX CTPaH M BXO-
anT B locynapctBeHHytlo papmakoneto PO okono 20 ner.
OpHako ero npumMeHeHWe B OTeYEeCTBEHHOW MpaKTuKe
koHTponAa JIC no coctoaHuto Ha 2019 rog, NOMUMO KOHT-
ponA NOAAMHHOCTM CTaHAapTHbIX o6pasuos (CO), orpa-
HUUYMBaeTCA BCero ABYyMA (GapmakonemHbIMU CTaTbAMY,
OTHOCAWMMMNCA K aHanu3y rernapviHa u kKapborugpartos
BaKUMH. Takoe oTHoweHue K meTtogy AMP MOXHO 06b-
ACHUTb BbICOKOW CTOMMOCTBIO M XKEeCTKUMU YCNOBUAMMU
3KCnyaTaLum COBPEMEHHbIX BbICOKOMOJIbHbIX MCCNeao-
BaTeNbCKMx criekTpomeTpoB fMP, KoTopble TpebyioT, B
YacTHOCTU, 6ecnepeboNHOro CHabXeHUs UX KPUOoXnA-

AMP-cnekTpomeTp Pulsar komnaHnum Oxford Instruments (Benu-
Ko6puTaHusa)

B 2019 rogy KomnaHnua Oxford Inst. BbinycTuna ycoBeplueHCTBO-
BaHHyt0 mogenb AAMP-cnektpomeTtpa — X-Pulse

NMR spectrometer Pulsar from Oxford Instruments (UK)
In 2019, Oxford Inst. released an improved model of the NMR
spectrometer - X-Pulse



KocTamMM (rennii, a3oT)'. HemanoBakeH 1 yenoBeyeckui
dakTop: M3-3a HegocTaTKoB MpodeccnoHanbHom nop-
FOTOBKM OTEUECTBEHHbIX CheuuanncToB-papmaLeBToB
Cpean HMX pPacnpoCTpaHeHbl OLIMOOYHbIE MPeacTaB-
NEHUA O CNOXKHOCTU perucTpauMm u uHTepnpeTauuu
AMP-cnekTpoOB.

MNocne nosasneHns B 1960-x NepBON reHepaLnmn KOM-
Mepueckmx cnektpomeTpos AMP ¢ pe3oHaHCHbIMK Yac-
ToTamn pansi npotoHoB 40-100 MIu Ha 6ase 3nekT-
POMarHUTOB BECOM HECKOJIbKO TOHH 1 6e3 ¢ypbe-npe-
ob6pa3oBaHuA NoTpeboBanocb okono 50 net Ana TexHu-
YeCcKOoro peHeccaHca B MPOW3BOACTBE HOBOrO MOKOJe-
HUA HW3KOMOJSIbHOrO aHanuTU4eckoro obopynoBaHUsA
AMP. CerogHAa npepnaraetca HeCKONbKO CEePUMHbBIX MO-
fenein dypbe-cnekKTpOMEeTPOB C pabouenn yacToTon Ans
Aagep 'H 60 MIy, 0cob6eHHOCTb KOTOPbIX — HOBblE KOM-
MaKTHbIe U Nlerkue NoCcTOAHHbIE MarHUTbl BMECTO 3J1eKT-
pomarHuToB. MpermyLlecTBa Takmx NpuboOpoB nepes Bbl-
COKOMOJIbHBIMU CUCTEMAMUN C KPUOMarHMTamu: oTCyTCT-
BME HeoOXOAMMOCTN B KPUOXWUIKOCTAX, Manble 3Hep-
ronotpebneHve, pasmep 1 Bec, npepenbHas MNPOCTO-
Ta MCMONb30BaHNsA, COBEPLUEHHOE MporpammHoe obec-
neyeHue U, Kak cnefcTBuUe, CHUXKEHHAA Ha MOPAAOK ”
6onee ctoumoctb. OfHAKO YMEHbLUEHVE pPe30HAHCHOM
YyacToTbl BfieYeT 3a Cobol HeusbexHble MoCeAcTBUS:
UYYBCTBUTENbHOCTb YMEHbLLAETCA B HECKONbKO [1€CATKOB
pa3, a CneKTPbl YCNOXKHAKTCA, MNOCKONbKY MYNbTUMET-
Hble CMrHasibl OTAENbHbIX MPOTOHOB NEPEKPbLIBATCA 3Ha-
ynTesnibHO cunbHee. TeM He MeHee LIMPOKME BO3MOXHO-
CTW, ovYeBUAHYIO 3GDEKTUBHOCTb U MepPCrneKTUBHOCTb
HOBOFO MOKONIEHNs HU3KOMONbHOrO 0O0PYAOBaHNA YXe
MoKasanu npuMepbl UX WCMOMb30BaHWA [NA peLleHns
yuyebHO-06pa3oBaTeNibHbIX, HayYHO-MPUKNIAAHbBIX U UH-
AyCTpuanbHbIX 3afjay B XUMUYECKOM aHanuse [2-5], mo-
HUTOPMHre peakuun [6], oueHke KayecTBa [7], xemomeT-
pVIKe Ha OCHOBE KOPPEenAuuin «CTpoeHue — CBOWCTBa»
N HeMnpepbIBHOrO KOHTPOSA NPOLECCOB B MPOMbILIEH-
HocTu [8, 9]. B dapmaLeBTUUYECKON XUMUKN TaKKe NOSABU-
NNCb efuHWYHbIe My6NMKaLMKM, NOCBALEHHblIE UAEHTU-
¢duKaumm Hambonee NPOCTbIX MO COCTaBY NIEKAPCTBEHHbIX
cybecTtaHumin [10], BbiAaBneHuto danbcudukauumn cuHTe-
TUYECKMM KOMMOHEHTaMM HeKOTopbIX napadapmalies-
TUKOB — MHIM6utopos OL3-5 n cpefcTB CHMXKEHUA Be-
ca [11], BbiABNEHMIO NPMpPOAbI 1 CTPOEHNA NCNOSb3YyeMblX
B PpapmaLeBTUKe pacTuTeNbHbiX mMacen [12]. Bo Bcex cny-
Yasax MCMNoMb30Bav METOANKM BbICTPOrO CKPUHMHIa CO
BpemeHamu perucTtpaumm cnektpos AMP 'H (3aBucut ot
KOHLIeHTpauumn aHanuTa, Xxapaktepa 3afiauu, ypoBHs Bbl-
ABNAEMbIX MPUMECEN), He MPEBbILIALWNMUN HECKONbKNX
LeCATKOB MUHYT.

Hawa HayuHasa rpynna pa3pabaTbiBaeT HOBYK Me-
Toponorvio GapMakonenHoro aHanamsa Ha OCHOBE couve-
TaHMA MeTofoB cnekTpockonuu AMP n macc-cnekTpo-
meTpumn (cm., Hanpumep, [13] n ccbinku B Hen). C Havana
2017 roga npoxogmT anpobauuio ¢ypbe-CnekTpoOMeTp
AMP Pulsar komnaHum Oxford Instruments (Benvko6pu-

' BbICOKONOSIbHBIMK MPUHATO Ha3blBaTb CMEKTPOMETPSI
AMP, ncnonb3ylowme B KayeCcTBe UCTOYHUKA MAarHUTHOrO MonsA
CBepXNpPOBOAALLNE MArHUTbI C KPUOTEHHBIM OXNaXKAEHNEM.
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TaHusA) ¢ paboueln yactoton 60 MIy ana 'H, obnagato-
Wnin cpean NpubOpPoB Takoro Kracca Havbonee Bbl-
cokon uyBcTBMTeNbHOCTbIO (S/N>200 pAna pactBopa
1% 3Tun6eH3ona B xnopodopme) 1 paspeLleHnem (nyu-
we 0,5 Mu). bAn3kue xapakTepucTUKM MMeeT HaCTOJb-
Hbln AMP-cnekTpomeTp Spinsolve komnaHun Magritek,
XapaKTEPUCTUKM KOTOPOro nogpobHo onucaHbl B [14].
CnektpomeTp Pulsar ykomnnekToBaH MynbTUAAEPHbIM
fgatumkom 'H, °F, BC, moxkeT paboTaTb B pexxume ABymep-
HbIX FOMO- N reTepoAfepHbIX SKCNEPUMEHTOB, MUCMOJIb-
3yeT cTaHgapTHble amnynbl gna AMP gnametpom 5 mm,
MMeeT MakeT nporpamMmmHoro obecneuvernsa Mnova NMR
oT MestreLab. MpoBefeHa oueHKa ero BO3MOXKHOCTEN Mo
naeHTUPMKaUUM U KONNYECTBEHHOMY aHanu3y pasnmu-
HbIX rnnepTeH3nBHbIX JIC, aHTMOMOTMKOB, onuronenTug-
HbIX NpenapaToB, GnaBOHOMMMKO3MA0B, NCCNeAOBaHHbIX
paHee Ha BbICOKOMONbHOM WCCNefoBaTeNibckoM 060-
pygoBaHuu ¢ pabounmn yactotamu 400 1 600 MIy. B
npeacTaBneHHON paboTe B KayecTBe 0OBbEKTOB ObICTPO-
ro CKPWUHWHra pPacCMOTPEHO HEeCKONbKO MNOMNYyNAPHbIX
KOMMepUeCKnx aHTMOMOTUKOB.

MATEPWUAJIbI U METOAbI

Bce aHanm3mpyemsble JIC nprobpeTeHbl B anTeYHbIX
ceTax.

JleBodnokcauuH () — cuHTETMYECKWIA aHTUbaKTe-
pvanbHbIM MpenapaT WUPOKOro CnekTpa AeNCTBuA 13
rpynnbl GTOPXMHOMOHOB, SIeBOBpALLaloWNiA n3omep. Xu-
Muyeckoe HasBaHue: (+)-9-dTop-2,3-aurnapo-3-meTun-
10-(4-meTnn-1-nunepasnnHun)-7-okco-7H-nnpnpol1,2,3-
de]1,4-6eH30KCca3nH-6-KapOOHOBasi KUCNIOTa, reMUruapar.
bpyTTo-popmyna: C H, FN.O,, M =361,4 r/monb. CTpyk-
TypHaa dopmyna npefctaBneHa Ha pucyHke 1. M3yueHbl
TabneTkn gxeHepuka «TaBaHWK», (npounssoautens CaHo-
¢u Buntpon NHaycTpus, cepusa 4CF5C, rogeH go 31.03.19)
C YKa3aHHbIM cofieprkaHeM JIeKapCTBEHHOW Ccyb6CcTaHLmN
500 mr Ha TabneTtky. BcmomoraTenbHble BellecTBa: Kpo-
CMOBUAOH, TMNPOMENN03a, Lenninsio3a MUKPOKPUCTaIn-
yeckas, HaTpus cTeapundymapar.

TetpaumknuH () - 6akTepuocTaTUYECKUn aHTN6MO-
TUK rpynnbl TeTPaAUUKINHOB. XMMMYECKOe Ha3BaHue:
[4S-(4anbda,4a anbda,5a anbda,66eTa,12a  anbda)l-4-
(AanmeTnnamnuo)-1,4,4a,5,5a,6,11,12a-oktarngpo-
3,6,10,12,12a-neHTarngpokcun-6-meTtmn-1,11-gnoKco-2-
HadTaueHKapbokcamng (B BMAE rmgpoxaopuga unm Tpu-
rugpara). bpytro-popmyna: C,,H, N,O,, M =444,35 r/monb.
CTpykTypHaa ¢opmyna npefcTaBieHa Ha pPUCYHKe 2.
M3yueHbl TabneTkmn pxkeHepuka «TeTpauuKnvHy» (npous-
Bogutenb PYM «benmepnpenapatbl», cepua 030116, ro-
JeH go 02.19), copepxalime TeTPaUMKINH B KOnmyecTee
100 mr Ha TabneTky. BcnomoratenbHble BelecTBa: caxa-
po3a, KpacuTenb apbyTuH E-122 u gpyrue, ykasaHHble B
cneundurkauyun.,

KomburHauuma cynbdameTtokcasona (Ill) n tpumetonpu-
Ma (IV) - 6akTepuumgHble NpenapaTbl LUMPOKOro CreKkTpa
Aencteus. XuMmmnyeckme HasBaHuA: 4-ammHo-N-(5-metun-
n3okcason-3-un)-6enHsoncynbdoHamng n 5-(3,4,5-Tpume-
TOKCUOEH3UN)NUPUMUANH-2,4-ONAaMUH  COOTBETCTBEHHO.
BpyTTO-Popmynbl n monekynapHble maccol: C H, N.O.S,
M =253 r/monb n C H N,O,, M=290 r/monb cooTseTtcT-
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BEHHO. V3yyeHbl TabneTkn npenapata «bucenton» (npo-
nssoautenb «Monbda» (MonbLwa), Homep cepun 41611062,
rogeH go 01.07.2019), copepkawue Ha OpHy Tabnet-
Ky cneundurumpoBaHHoe cofepxaHue 400 mr cynb-
dameToKkcaszona m 80 Mr TpMMeTOMNpMMa COOTBETCT-
BEHHO. BcrnomoraTenbHble BellecTBa: KapTodenbHbIi
Kpaxmasn, TajfbK, MarHua cTeapat, MOJMBUHUIIOBbLIN
CNUPT, NPONWNEHINNKONb, MeTUN-N-rnapoKcnbeH30ar,
nponuI-N-ruapoKcnbeHs3oar.

B paboTte ucnonb3oBaHbl cnegyolmne pacTBopuTe-
nn n ctanfgapTbl: xnopodopm-d, (99,8 %, Sigma-Aldrich),
MeTaHon-d4 (99,9 %, Sigma-Aldrich), rekcameTungncunnok-
caH (TMAQ) (99,8 %, Sigma-Aldrich), TpudTOopyKcycHan
Kucnota (XY), aumetuncynbdpoH (AMCO,) (XY).

CraHpapTHaa npobonoAroToBKa: M3mesibyeHve Tab-
NEeTOK B CTynKe, OTOOP TOYHOWM HaBECKM, pacCcUMTaHHOM
Ha 30 Mr neKkapcTBeHHON cybcTaHumm 1 1 Ma pacTBopu-
TenA, pacTBOpeHVEe B BbIOpaHHOM pacTBoOpUTese, BCTPA-
XnBaHue, obpaboTKa B Y3-6aHe, OTheNleHNe HepacTBO-
PUMBbIX BELLECTB LIEHTPUPYrMpOBaHMEM, MepeHeceHre
HaloCafjoYHON XmakocT B amnynbl ana AMP, po6Gas-
NeHne TOYHOW HaBeCKWM KanmbpoBOUHOIO coefVHeHUs
(ecnn B KauecTBe Hero He UCNOJMb3yeTCA CUrHaNM TOYHO
N3MepPEHHbIX OCTAaTOUYHbIX MPOTOHOB AENTEePMPOBAHHOIO
pacTBoputens). [Joka3aTenbCTBO MOJSIHOTbI 3KCTPAKLMU
nekapctBeHHon cyb6ctaHuun un3 JIC Bcerga KOHTpoOnu-
poBanv No OTCYTCTBUIO ee CUrHanoB B cnektpe AMP 'H
pacTBopa nepepacTBOPEHHOrO ocafka.

[na noaTeBepXAeHUA OTHECEHUA CUTHANIOB B CrEeKTpe
AMP Ha 60 MIL 1 BepudrKaLmm KONMYECTBEHHBIX pe3ynb-
TaTtoB ucnonb3oBanu AMP-cnektpometp JNM ECA 600
(Jeol, AinoHus), c pabouein yactoton ansa sgep 'H 600 MIu.

O6wwue ycnosuna peructpayum cnektpos AMP Ha 60
1 600 MIy: wnpuHa dunbtpa 18 M.4. C YCTaHOBKOW He-
cyuwewn yactotbl 7,0 m.4., mmnynbc 90°% 3agepxKKa mex-
Ay nmnynbcamm 30 ¢, 32 K Touek Ha cnekTp, aBTomMaTu-
yeckasa HacTpolka ¢asbl u 6a3oBoi nuHUKU. CneKkTpbl
pernctpupoBanu npu temnepatype 23 °C Ha yacToTe
600 Ml 1 36 °C Ha vyacTtoTe 60 M. O6paboTKy cneKkT-
pPOB NPOBOAMUN C MOMOLLbI MPOrpammMmHoro obecneuve-
Hua Mnova NMR (MestreLab, WUcnanua). Opyrue ycno-
BMA perucTpauumn CnekTpoB ANA pasHbiX 06bEKTOB MO-
ryT onpepenATbCA UCMONb3yeMbIM PacTBOPUTENIEM, €ro
KOHLUEeHTpauuen, BbIGOPOM KanMbpOBOYHOrO CUrHana
ONA KONMYECTBEHHOro OnpefeneHna UHTepecyLwmnx
COeIVIHEHUI.

PE3YJIbTATbl U OBCYXAEHUE

JNleBodnokcaymH. Cnektpbl AMP 'H nesodnokcaum-
Ha B ,D,MCO-dG [151nD,016] ony61KoBaHbl paHee, XoTA OT-
HeceHune CUrHanoB B 0O60UX Cilyyasx COAepMano OLMOKMU.
Tak, ana rpynnbl COOH B [IMCO-d, ykasaHO nonoxeHue
curHana B obnactn 4,5-5,0 m.4., 4TO He COOTBETCTBYET
peanbHomy cnekTpy (15,03 m.n.). O6Hapy»KeHo, UTO B Ka-
yecTBe pacTBopuUTEnA Ana nesodnokcayuHa nyyile nog-
xoput CDCl,, B pacTBOpe KOTOPOro paspelainTcsa Bce
curHanbl 'H Ha 600 MIy 1 ux 60NbWIMHCTBO Ha 60 MIL.
Wcnonbzosanu CDCl, ¢ TOYHO M3MEPEHHbIM CoAepa-
H/eM OCTaTOUHbIX NPOTOHOB 0,2 %, T. . 0,125 monb/mn.

Cnektp AMP 'H JIC «TaBaHuK» Ha 4actoTe 600 My
(pucyHOK 1a) copep»KuT cnepytowime cUrHasnbl (CDCI3, 5,
m.4., J/u): 1,58 (3H, A, J=7,0 Iy, C,H-CH,); 2,34 (3H, ¢, N-
CH,); 2,46-2,58 (4H, m, H-13', H-14); 3,30-3,44 (4H, m, H-17’,
H-12"); 4,34 (1H, o, J= 11,1 Tu, H-2); 4.43 (1H, p, J=11,1 Tu,
H-2); 4,52-4,59 (1H, m, 3-H); 7,63 (1H, g, J=12,3 Tu, H-8);
8,62 (1H, ¢, H-5); 15,03 (1H, yw.c., COOH).

CnekTp MOMHOCTbIO COOTBETCTBYET CTPYKTYPHOM
dopmyne cybcTaHUMK, CUrHANIOB BCMOMOraTesIbHbIX Be-
WecTB He cofepxuT. PacueT copepkaHusa cybctaHuum
BbIMOJIHEH MO COOTHOLUIEHWUIO MHTErpasbHbIX WHTEHCUB-
HOCTel ee CMrHasoB U NMPOTOHOB OCTAaTOYHbIX MOJMEKYI
CHCI, B pacTBOpUTENIE MO YPABHEHWIO, PEKOMEHAOBAH-
Homy B [ocygapctBeHHon papmakonee PO Xl nsgaHua
(O®C.1.2.1.1.0007.15) 1 yunTbiBatoLLEMY MacCbl KOMMOHEH-
TOB (M), X MonapHble maccol (M), UHTEHCUMBHOCTb OT-
JeNbHbIX CUTHANOB, HOPMUPOBAHHbLIX MO YMC/Y 3KBUBA-
NEHTHbIX MPOTOHOB (I):

m(C) = [m(CHCIL,)/M(CHCL)] X [IC)/I(CHCL,)] X M(C).

CpegHuin pesynbraT TPex He3aBUCUMbIX U3MEPEeHNI
cofepXaHua cyocTaHUun B Tabnetkax — 4977 +2,9 mr
Ha TabneTky. [Ina neBodnokcaluHa B KauyecTBe MHAUKa-
TOPHbIX UCMOJIb30BaHbl cMrHanbl npoToHos y C, u C npu
8,62 m.A4. 1 7,63 m.O. COOTBETCTBEHHO. [1NnAa KOnNnyecTBeH-
Horo onpepgenenua cybctaHuum npu 600 Ml Takxe
yAO6HO 1cnonb3oBaTb cUrHan metuabHow rpynnbl C-CH,,
VMeLLN Xmmmyecknin casur 1,58 m.a.

CnekTtp AMP 'H Ha yacToTte 60 MIy (prcyHok 1, 6) co-
OepXNUT Te e rpynnbl MUKOB U C TEMU e XUMNYECKUMU
CABWramm, OfiHaKo HekoTopbie (npoToHbl y C, 1 C, B 06-
nacTu okono 4,5 m.4. v rpynnbl CH2 7] CH3 B 00M1acTn OKo-
no 2,5 m.A.) nepeKkpbIBaloTCA 13-3a BO3POCLIEro BAMAHUA
CNUH-CMNMHOBOIO B3aMMOAENCTBUA Ha BUf crekTpa. Hau-
6onee OYEBMOHO 3TO MPOSIBASAETCA AJIA CUTHAMIOB MPOTO-
HoB y C,, ABMIAOLWerocs Zybnetom ¢ KoHcTaHTOM J=12,3 Y
3a CYeT BULMHANbHOIO B3aMMOAENCTBUA ¢ agpom °F, u
C-CH, rpynnbl. Hag kaxapim nukom B cnektpe AMP 'H Ha
yactote 60 Ml yKa3aHO UMC/IO NPOTOHOB, OTBETCTBEH-
HbIX 3@ Hero. Yncno 1 nonoXeHume NMKOB B CMEKTpPe Ha
yactoTe 60 MU, Kak 1 cTexnomeTpuyeckoe COOTBETCT-
BVIE VX UHTEHCMBHOCTEN CTPOEHMIO MOMEKYJbl 0becrneum-
BalOT OAHO3HauHYt0 naeHTUdMKauumio neBodnokcalmnHa.

KonnuectBeHHOe onpefeneHvie cogepXaHua cy6-
CTaHUuM B TabneTke no cnekTpy 60 Ml caenaHo nytem
yCpenHeHnA TpeX HEe3aBUCUMbIX M3MEPEHUN C UCMOSIb-
30BaHMEM B KaXAOM cCJlyyae Tpex OTAEeNbHbIX CUTHa-
nos npotoHos y C, n C, n CG-CH,-rpynnbl. Pe3ynbTatbi:
(484,8 +5,0), (485,3£5,0) 1 (486,5 +5,0) Mr Ha TabneTky
COOTBETCTBEHHO, T.e. OTK/IOHEHMe He bonee 3 % OT 3anAB-
NTEHHOTO NPOM3BOANTENEM.

TerpauymuknuH. AMP-cnekTp Ha 600 Mly JIC B pacT-
BopuTtene CD3OD (pUCYHOK 2,a) copepXut cnepyto-
wue curHansl (5, m.a., J/Ty): 1,62 (c, 3H, —CH3); 1,93 (poa,
1H, H-5); 2,10 (aaa, 1H, H-5); 2,66 (apa, TH, H-4a); 2,72 (c,
6H, N(CH3)2); 2,97 (aa, 1H, H-53); 3,44-3.52 (yw. curHan,
1H, H-4); 6,90 (a, 1H, J=8,2; H-9); 714 (n, 1H, J=77; H-7);
749 (1, 1H, J=8,1; H-8). Ero xapakTepucTuKn NOAHOCTbIO
COBMAAJAIOT C N3BECTHbIMM faHHbIMK [17]. [oMmmnmo cnrHa-
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Pucynok 1. Cnektp AMP 'H JIC «TaBaHuk» B CDCI:

45 4.0 35 3.0 25 20 15 1.0 0.5

a-HauvacTtote 600 MI'y (oTAenbHO NoKa3aH cCUrHan NpPoToHa Kap6oKcuNbHOW rpynnbl); 6 — Ha yacToTe 60 MIy; * - curHan KanMGpPoBoYHO-

ro coeguHeHunsa CHCI,

Figure 1.'H NMR spectrum of drug "Tavanic" in CDCl:

a - at a frequency of 600 MHz (the signal of the proton of the carboxyl group is shown separately); b - at a frequency of 60 MHz; * - signal

of the calibration compound CHCI,

nos cybctaHuum cnektp AMP 'H copgepXuT pag MuHop-
HbIX MNKOB BCMOMOraTesfibHbIX BelecTs B obnactax ot 0,8
4o 54 m.n. na nx ycTpaHeHWAa perucrtpauuio Cnekrpa
Ha 60 MIL BbINOAHWAN TaKXe Aana 3KcTpakTa u3 JIC pact-
soputenem [IMCO-d,, B KOTOPOM MOSIOXKEHWE CUrHANO0B
NMPOTOHOB HE3HAYUTENbHO WM3MEHWUSIOCb, HO MOABUINCH
CurHanbl OTCyTCTBYlOWMX B pactBoputene CD,0OD npoto-
Hos OH-rpynn, gononHuTenbHO noaTeepXxaatowune dbop-
Myny 1 cornacyowmeca c nuTepaTypHbIMn gaHHbiMK [18].

Cnektp B CD,0D Ha 60 MIy BbIrAANT CYLWECTBEHHO
CNOXHee K3-3a NepeKpblBaHUA MYSIbTUMNIETOB OTAENb-
HbIX MPOTOHOB, 3a MCKIlOUeHMeM curHana rpynnbl C -
CH,. MoaTeepxaeHve CTpOeHUA CyOCTaHUUU B Cepum

npo6 yao6HO BbINOMHATL NyTeM CpaBHeHUA npodunein nx
CMEKTPOB U y>Ke NOATBEPXKAEHHOTO (CM. PUCYHOK 2, 6) 06-
pa3ua. TOT NpMem aHanormyeH LWMPOKO UCMONb3yeMo-
My B Qapmakoneax pasfinyHbix cTpaH ana MK-cnekTpos.
T. e. NpeAcTaBneHHbIN Ha prcyHke 2,6 cnekTp B CD,0D
MOXET OblTb PEKOMEHAOBAH Kak BTOPWYHbIA CTaHAapT
npv naeHTUPMKaLMy Spyrux npenapaTos TeTpaunKIIMHa.

KonnuectBeHHoe onpefeneHvie cofepxaHua cy6-
cTaHumu B pacteope B CD,OD BbINOSHEHO NyTeM CpaBs-
HEHMA WMHTEHCMBHOCTW curHana [obaBfieHHON HaBecKwu
rekcaMeTunancuaoOKCcaHa C CYMMapHOW MWHTerpasbHON
VHTEHCMBHOCTBIO TPEX apOMaTUYeCKMX npoToHoB H,, H,
n H,B obnactn 6,5-7,7 m.a. Mpn nsmepennn Ha 600 My
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PucyHok 2. Cnektpbl AMP 'H JIC «TeTpayuknux» 8 CD,0D:

a-HayvactoTe 600 MIy; 6 - Ha yacToTe 60 MI'y; * — curHan kanmb6posouHoro coeguHenns (CH,) SiOSi(CH,),

Figure 2."H NMR spectra of medicines Tetracycline in CD,OD:

a-atafrequency of 600 MHz; b - at a frequency of 60 MHz; * - signal of calibration connection (CH,) SiOSi(CH,),

cofiepaHue cybctaHumm paccumtaHo (101,4 £ 1,6) Mr Ha
Tabnetky, a ana 60 My - (96,8 + 3,5) Mr Ha TabneTky, uTO
COOTBETCTBYET AeKMapupoBaHHOMY 3HauyeHuto. B obomx
cnyyasx pesynbraTbl ABAATCA YCPeLHEHHbIMU 3HAYEHN-
AMU ANS TPEX HE3aBUCKMbIX 0OPa3LoB.

Komnosuuusa cynbdpametokcason - TpumeTonpum.
BbINonHeH CKPUHWHT MOAJSIMHHOCTY TabNIeTOK KOMOWUHU-
POBAHHOIO aHTUMUKPOOHOro npenaparta «bucenton,
cofleprkalliero Ha ofHy Tabnetky (~660 mr) cneyndbuum-
poBaHHoe cofeprkaHme 400 mr cynbdpameTtokcasona (Il) n
80 mr TpumeTonpuma (1V).

NHTepnpeTauma cnektpa AMP 'H pacteopa JIC «bu-
centon» B IMCO-d, Ha yacToTe 600 Ml 1 BONpoC Konu-
YeCTBEHHOro onpefenieHna KOMMOHEHT 06cyXaannch
Hamu paHee [13].

CopepkaHue neKapCcTBEHHbIX CyOCTaHLUIM MO CMNeKT-
py Ha 600 MIy B IMCO-d,_ nerko onpeaenatb cpaBHe-
HMEeM WHTerpasnbHbIX MHTEHCUBHOCTEN CUIHaNa Tpex npo-
ToHOB CH,-rpynnbi Il npn 2,27 m.A. 1 wectyi NpoTOHOB
ABYX 3KBMBaneHTHbIx rpynn [V npu 3,72 m.4. ¢ curHanom
OCTaTOYHbIX NPOTOHOB MosieKyn pactsoputens AMCO-d,
(2,50 m.n.) no npuseneHHon Bbiwe dopmyne. B yacTHoc-
TN, B HaBeCKe maccomn 52,6 mr (macca Tabnetku «bucenTo-
na» 666,4 Mr) obHapy»eHo cynbpameTokcasona 32,2 mMr
N TpymeTonpuma 6,3 Mr, 4TO Npu NepecyeTe Ha Lenylo
TabneTKy cocTaBuio copeprkaHue cynbdameTokcasona u
TpumeTtonpuma (408,7 +4,1) n (79,9 £ 0,8) Mr cooTBeTCT-
BEHHO, YTO COornacyeTca C yKa3aHHbIMM Npov3BoaguTenem
3HauyeHuAMU. [lonyyeHHble pe3ynbTaTbl ANnA ABYX APYIMX
HaBeCoK OTAMYaNuCb OT NPeACTaBiAeHHON He Bonee yem
Ha 2 %.



B cnektpe AMP H Ha uyactoTe 60 MIy B pacTBOpM-
Tene AMCO-d, paspelseHne HEKOTOPbIX CUrHaNOB OKa-
3a/10Cb CyLIeCTBEHHO XY»Ke W3-3a 6/IM30CTU OTAEeNbHbIX
rpynn v MynbTUMAETHOCTW, a WCMNONb30BaHMe CurHana
OCTaTO4HbIX NPOTOHOB Monekyn AMCO-d, ana konuuect-
BeHHOro onpegeneHna cybctaHuuin B JIC okasanocb He-
BO3MOXHbIM 13-3a €ro nepekpbiBaHUA C CUTHaNoOM Mnpo-
ToHoB CH_-rpynnbi Il npw 2,27 m.a. MosTomy BbinonHeHa
perucTtpauus cnektpa pacteopa JIC B TpudpTtopyKkcycHom
Kncnote ¢ gobaskon (CH3)2SO2 (3,0 m.0.) B KauecTBe Ka-
NMOPOBOYHOrO MKMKa, C CUrHANOM KOTOPOro CpaBHKBa-
NN HOPMUPOBAHHbIE UHTErpanbHble WMHTEHCUBHOCTU
Tpex npotoHos CH_ -rpynnbi lIl npn 2,27 m.4. n coBOKynN-
HOCTW oAMHHaAUaTK npoToHos IV B obnactn 3,5-4,0 m.A.
(pucyHok 3). Pacuet - (401,2 £ 8,0) mr Ha TabneTky Il n
(776 £2,0) mr Ha Tabnetky IV - xopowo cornacyetcs
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Kak ¢ pesynbtatom ana 600 Mlu, Tak 1 € 3aABfeHHbIMU
3HaYeHUsAMM.

O6006LeHHble pe3ynbTaTbl KOMYECTBEHHOIO oOnpe-
JeneHnsa copepaHuA PACCMOTPEHHbIX JIeKapCTBEHHbIX
cy6cTaHymi B JIC npeacTaBneHol B Tabnmue 1.

3AKJTIONMEHUE

MpenctaBneHo Tpu NpuMepa ObICTPOro CKPUHUHIA
JIC ¢ ncnonb3oBaHunem cnekTpockonuu AMP 'H Ha pabo-
yen vactote 60 Ml ana vpeHTUdUKaumMm n onpegene-
HWA cofepKaHus IeKapCTBEHHbIX CyOCTaHUMIA. B nepBom
(neBodnokcaLmH) xapakTep CnekTpa MO3BOMAET MOJHO-
CTblO €ro WHTEePNpPeTMpOBaTb M KOMNYECTBEHHO W3Me-
pUTb CcopeprKaHne fieKapCcTBEHHbIX CybcTaHumin. Bo BTO-
pPOM (TETpaUMKAMH) YCNIOXHEHHAA CnekTpasibHaA Kap-
TUHa TpebyeT ansa OfHO3HAYHOW MAeHTUPMKaAUUM CTPO-
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PucyHok 3. Cnektp AIMP 'H npenapara «bucenton» Ha yactore 60 MI'y B Tpu¢TOopyKCycHOI KNCnoTe.

* — curHan (CH3)2502

Figure 3.'H NMR spectrum of the drug "Biseptol" at a frequency of 60 MHz in trifluoroacetic acid.

* - signal (CH,),SO,

Ta6nuua 1. Pe3ynbraTbl onpefeneHus coaepXXaHus ieKapcTBeHHbIX cy6cranumi B J1IC

Table 1. Results of determining the content of medicinal substances in drugs

CopepiKaHue, Mr Ha TabneTky
Content, mg per tablet
JlekapcTBeHHan
Ne Hassanue JIC cy6cranyun 3asaBneHHoe W3mepeHo Ha N3mepeHo Ha
Drug name Medicinal substance npoussoguTenem cneKTpometpe 600 My | cnekTpomeTpe 60 MI'y
Declared by the Measured on a 600 MHz | Measured on a 60 MHz
manufacturer spectrometer spectrometer
| Tasarik Jlesognokcaun 500 4977 +29 485,3+5,0
Tavanik Levofloxacin
I Tetpaumy Tetpaumny 100 101,4£1,0 96,8+ 1,5
Tetracycline Tetracycline
1l B!Acern'on CynbdameTokcason 400 408,7 + 4,1 401,2+8,0
Biseptol Sulfamethoxazole
y | Bucenron Tpumeronpum 80 799+0,8 77,6 +2,0
Biseptol Trimethoprim
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€HUWA npefBapuTeNlbHOrO aHanu3a crnektpa 'H Ha bonee
BbICOKMX YacToTax, a cnekTp Ha 60 Ml ncnonb3yeTca B
dopmarte «oTnevaTKa nasbLeB» C KONMYECTBEHHBIM Onpe-
JeneHnem cyb6CTaHUMN NyTem CPaBHEHUA MHTEHCUBHOC-
Tell COBOKYMHOCTU BblfieNIeHHbIX MHAMKATOPHbIX U Kanno-
poBoyHoro curHanos. [ina otaenbHbix JIC, comepalymx
KOMMO3WLMIO NeKapCTBEHHbIX cybcTaHuun (cynbdpame-
TOKCa3oNn + TPUMETOMNPUM), YCINOXKHEHUE KONMYEeCTBEH-
HOW MHTepnpeTauun cnektTpa Ha 60 MIy moxeT 6biTb
npeofoneHo CMeHOWN PacTBOPUTENSA 1 KannbpaHTa.

MpenctaBneHHble pe3ynbTaTbl AEMOHCTPUPYIOT BO3-
MOXHOCTK cnekTpomeTpa AMP H 60 MIy ana 6bictpoi
nageHtTudunkauum n namepeHus B JIC copepkaHus ne-
KapCTBEeHHbIX Cyb6CTaHUUA 6e3 npuMMeHeHMsa CTaHaapT-
HbIX 06pa3LoB. 10 SKOHOMUYHOCTH, BbICTPOTE U NHDOP-
MaTMBHOCTM METOAMKU Ha ocHoBe crekTpoB AMP Ha
paboueli yactote 60 Ml MOryT 3amMeTHO NPEBOCXOAUTb
NMprYMeHseMble HblHE XpoMaTorpaduyeckme v OnNTUYec-
Kue. MNprrotoBneHre Tpex He3aBUCKMMbIX NPOO, perncrpa-
LMA NX CNEeKTPOB 1 pacyeT pe3ynbTaToB 6e3 1Cnonb3oBa-
HMA CTaHJAPTHBIX 0OPA3L0B 3aHUMAET MeHee Jaca.
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