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Axanu3 mabnemok ayemuncanuyunosoli Kuciomsl memodom UK-cnekmpockonuu 8 6auxHeli o6nacmu

[posedeHo u3yyeHue mabemox ayemuacanuyuaosol KUCIomsl pasHbix npoussodumeneli memodom UK-cnekmpockonuu 8 6uxHeli 06-
nacmu. Yemarosnero, ymo nodmsepxdeHue NOONUHHOCMU Mabemok 8u3yansHo Memodom bBUK-cnekmpockonuu 803MOXHO Npu KOHUeH-
mpayuu delicmsytowezo seuwecmsa 6onee 70%. C nomowbio xemomempuyeckux memodos PCA u SIMCA nocmpoers! modenu no BUK-cnexk-
mpam mabemok auemuacanuyunoB8ol KUCIomsl, KOmopsle N0380AA0M NPosoOUMs UOGHMUYHOCMb NPenapama no npou3sooumenio u
Mo2ym 6bImb UCNONb308AHbI O/ BblABACHUA €20 GanbCupuKamos.

Balyklova K.S., Titova A.V., Sadchikova N.P., Rodionova O.E. Shishova E.Yu., Skudareva E.G., Gorpinchenko N.V.

A study of acetylsalicylic acid tablets using near IR spectroscopy

The study of acetylsalicylic acid tablets of different manufacturers using near IR spectroscopy found that visual authentication of tablets
using NIR spectroscopy is possible when concentration of the active substance is over 70%. Chemometric methods of PCA and SIMCA were
used to build models of acetylsalicylic acid tablets using NIR spectroscopy that helped to investigate identity of the drug of a particular man-
ufacturer and can be used to reveal counterfeits.

Knroyessle cnosa: ayemuncanuyunosas Kucioma, MK-CneKmPOCKOnUﬂ 8 6uxHell obaacmu, xemMomempud4ecKkue MemoOs! aHanu3a, udeH-

mu4YyHoOCMb.

Keywords: acetylsalicylic acid, near infrared spectroscopy, chemometric methods of analysis, identity.

B Bsexenue

CoBpemeHHOe pa3BuTHe (apMaLeBTUYECKOro aHanmn3a
NEKApPCTBEHHbIX CPEACTB XapaKTepU3yeTcs NoTpebHOCTbIo
B pa3paboTKe 3KCMpecc-MeTOAMK ANA BbIABAEHUS Hepob-
pOKayecTBEHHbIX U (anbCUULUPOBAHHBIX Npenaparos,
KoTopble MOryT GbiTb MCMONb30BAHbI B NEPEABUKHON IKC-
npecc-naboparopuu.

OpHMM M3 METof0B, LWIMPOKO MCMONb3yeMbIX A 3KC-
npecc-aHanu3a NeKkapcTBeHHbIX cpeacTs, agnserca UK-cne-
KTpockonus B 6nnxHeit obnactu [1—5, 8, 9]. laHHbIi Me-
ToA BK/IOYEH BO Bce Bepylume dapmakoneu [10—13].
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KOHTPONIA KA4yecTBa IEKAPCTBEHHbIX CPEACTB [A/1s BblfBE-
HUA HeAOOPOKAYECTBEHHbIX U PanbCUULUPOBAHHbIX Npe-
napatos [6].

Mpenapatbl aUeTUACANULUAOBONA KUCNOTLI 3aHUMAIOT
3HaYMTENIbHOE MeCTO B MEeAMKAMEHTO3HOW npaKkTuKe.
OHM WMPOKO NMPUMEHAIOTCA B KayecTBe NMPOTUBOBOCMA-
NIUTENbHOTO, apOMOHMWXAloWero, aHanbresupylowero
CpeLCcTBA AN KYyNUPOBAHMA OCIAOXHEHWIA Npu pasBu-
™MK MHGapKTa muokapaa. Kpome Toro, auetuncanuym-
N0oBas KUCNOTa ABAAETCA NpenapaToM nepBoit Nomo-
WM Npu CTEHOKAPAUU U BXOAMUT B CMUCOK BaXKHEMLWMNX
nekapctBeHHbix cpeacts B03, a Takxe B nepeyeHb
KWU3HEHHO HeoOXOAUMbIX M BAXKHEHWNX NeKapCTBeH-
HblX cpeacTs PO.

Ha Tepputopun PO 3apeructpuposaHo 26 oTe4ecTBeH-
HbIX U 8 3apybexHblXx NPOU3BOAUTENEN JEKAPCTBEHHbIX
npenapaTtoB, COLEPXKaALLMUX B KaYecTBe AENCTBYIOLErO Be-
lWecTBa aLeTUNCANLMIOBYIO KUCIOTY, HO (aKTUYecKu B
HacTosliee BPeMs Ha pbiHKe MMetoT obpalleHne npenapa-
Tol 5 npoussoauTenei.

Llenblo HacToswero nccnefoBaHus ABAseTCa U3yyeHune
BO3MOXHOCTW ucnonb3oBaHua metoga BUK-cnektpocko-
NUKU JNs 3KCNpecc-aHanu3a TabneTok aLeTuNCanuLnIoBoil
KMCNOTbI.
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B AHanu3 TabJeTOK alETUJCAIULIUIOBON KUCIOThl MeTogoM MK-cnekTpockonuu

B O6bexTHl
1 METOJIbI MICCIIEIOBAHMS

bbiin nccnepgosanbl 20 ce-
puii Tabnetok no 100 Mr aue-
TUNCANULMAOBOA  KUCAOTSI
NATU NPOU3BOAUTENEA.

NK-cnekTpel B 6amxHel
obnactu (BUK-cnektpet) Obl-
am nonyyeHbl Ha WK-®ypee
cnektpometpe MPA  dupmbl
Bruker (Tepmanus) c nomo-
Wbl ONTOBONIOKOHHOMO AaT-
unka metopom AancdysHoro
oTpaxeHus. PaspeweHune —
8 cM™}, KOAIMYeCTBO CKaHOB —
16, 0bnactb M3MepeHus — oT
4 000 go 12 500 cm?, thaso-
BOe paspelleHne — 32, UH-
Tepnonauus — 2, 6asosas nu-
HUA — NO 3TaNoHy U3 Tedno-
Ha. 06paboTKy pe3ynbTaToB
NpOBOAUAU BU3yaNbHO U Xe-
MOMETPUYECKUMIU METOAAMU C
NOMOLLbIO NAKETOB NMPOrpamm
«TQ Analyst», «OPUS 6.5»,
«The Unscrambler 9.2». Ons
nofyyeHuss CTabUIbHBIX pe-
3y/bTaToOB M3MepeHue NpoBo-
AWIW C UCNONb30BaHWEM Na-
60paTopHOro WTaTMBa GUpMbI
Mukpomeg.

B Pesynsrarel
1 UX 00CYXIeHME

Ha nepsom 3Tane wuccne-
[0BaHMs 6bi1 UCMNONb30BaAH
BMU3yanbHbll aHann3 BUK-
CneKTpoB TabneTok auetun-
CanuUUNOBON KUCNOTLI, B
pe3ynbrate KOTOpoOro uccne-
pyemble o6pa3ubl 6bIAK pas-
peneHbl Ha ABe Trpynnbl.
B BWK-cnektpax nepso#
rpynnel BULHLI MUKW aLeTu-
CanMuUuUNoBom Kucnotel: 7410,
7289, 6037,5810, 5656, 4830,
4774,4678, 4641, 4559, 4434,
4210, 4166, 4132 cml, BO
BTOPOW rpynne OHW He pas-
andumel (puc. 1). 310 06b-
ACHAETCA pasnuymMeMm KOH-
LeHTpauuit geicTeytowero

PHUCYHOK 1. BUK-CIIeKTpbI TA0JICTOK AIeTH/ICATHIIHIOBOM KHCIOTHI

IIepPBOH (a)

M BTOPO¥I (0) IPyIIIBL, CyOCTAHIIUH ALIETIICATHIFIUIOBOM
KHCIOTHI (B), Kpaxmaa (T), TAabKa (1)
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PHUCYHOK 2. BUK-CIEKTPBI TA0JICTOK AI[eTHICATHIIIIOBOM KHC/IOThI
B IIPEIEIAX CEPHH (2) K MEKTY CepHAMH (0) OTHOTO IIPOM3BOTHTEIIS
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B AHanu3 TablleTOK alleTUJCAJIULUIA0OBOM KUcIoThl MeTogoM MK-crekTpockonuu

Mpoussogutens Ne1

i Mpoussoautens Ne2

e ——

| Mpoussoautens Ne3 ~

zu: [poussogutens N4

"1 Npoussogurens Ne5

PHUCYHOK 3. BUK-CIIEKTPbI TA0IETOK aI[€THICATHIIHIOBO
KHMCJIOTHI IITH IIPOU3BOTHTEICH

autens (puc. 2a), a TaKxe
pa3HbIX CEpil 04HOro Npous-
Bogutens (puc. 26), 4to CBU-
LeTeNbCTBYeT O HEOAHOPOS-
HOCTU BbINYCKaeMON NpOAYK-
umu. Bobnactax 7100—6800,
6000—5600, 4500—4000 cm?

i .a'H"' UMEIOTCSA Pas3inyms B CNeKTpax

- e ) TabneTok pasHblx NPOU3BOLM-
= Fa Tenew (puc. 3).

- L W "l-"x._f'h.. Ha BTopoM 3Tane ans pas-

e Pt A _,.-’”“ [leNeHuns npenaparoe no npo-

L . g “3BoaUTENAM ObIIU UCMONB30-

— T BaHbl XeMOMETPUYECKME METO-
— [ibl aHANN3a: KNACTEPHbIN aHa-
NN3, METOf MaBHbIX KOMMO-

HeHT (PCA), AMCKPUMUHAHT-

Npoussogutens N4

Mpoussogutens Ne2

PHUCYHOK4. KiacrepHbIH aHAIU3
BUK-CIIEKTPOB TAGJIETOK AIETHICATHITHIOBOH
KHCJIOTBI ILITH IIPOU3BOJUTEICH

Mpoussogutens Ne3 |

HbI aHanu3, metop knaccudukauum SIMCA [6].

Ha ocHoBaHuu nonyyeHHbix bBUK-cnektpos Tabnetok u
XeMOMeTPUYECKMX MeTOL0B Obiny NOCTpoeHsb Mogenu. [ns
npoBepKn paboToCrnocobHOCTU MOfeneil ux HeoOGXoaUMO
ObiN0 BanMAMpOBaTh. Banupauus MOfenu cOCTOUT B TOM,
4TOObI [IOKA3aTh, YTO Npenaparbl NPOU3BOAUTENS, LIS KOTO-
pOro NocTpoeHa Moaesb, 6yayT BOCIPUHUMATLCA KaK «CBOUY,
a hanbCM@UUMPOBaHHbIE NpenapaTbl — KaK Kuyxue.

[ins peweHus noctaBneHHoi 3agayun obpasibl npena-
paTta Npou3BOAUTENs ObINM pasfeneHbl Ha ABE YACTH, OfHY
M3 KOTOPbIX WUCMO/Mb30BaAWU AN MOCTPOEHUA Mogenu, a
Apyrylo — [nis ee npoBepku. B gaHHoM cnyyae ans npo-
BEPKM MCNONL30BaNM OfHY U3 YETbIpEX aHaNU3UPyeMbIX
cepuit npenapata. Mogenb CTpounu No TpeMm OCTaBLIMMCA
cepusmM, ucnonb3ys 10 TabNeTok W3 Kaxaoi cepuw, Bbl-

s OpaHHbIX paHLOMU3UPOBaHHLIM 06pa3oM. C Kawzaomn Tab-
T netkn cHumanu bUK-cnektp Tpu pasa.
; B Hawem pacnopsxeHun He Gblno dhanbCcuduULMpoBaH-
g - HbIX MpenapaTtoB aueTUNCANMULMIOBON KUCNOTbI, NO3TOMY
AN NPOBEPKU MOZENM BbINM UCMOJIb30BaHbI 06pa3Lbl Npe-

Mpoussogutens Ne1

BellecTBa B TabneTkax (gmo-
3a/cpepHas macca). B nep-
BOW rpynne OHa npesbllaeT
70%, BO BTOpOM — MeHee
45%.

Kpome nukos pgeiicTsyiolue-
ro BeL|ecTBa B CneKTpax Tabne-
TOK NPOABUAUCH MUKW BCIOMO-
rateNbHbix Bewects (puc. 1):
TaneK (7185, 4326 cm?), kpax-
Man (obnacte 7100 — 6800,
5202 cml).

BusyanbHblit aHanu3 Bbi-
ABUN He3HAYMTENbHblE pa3nu-
4nMs B CneKTpax TabneTok op-
HOIi Cepumn 1 0HOTo NPOMU3BO-

PHUCYHOK 5. ITocrpoeHue mopeseii o BUK-crexrpaM Tab/IeToK aleTI-
CATHIUIOBOX KMC/IOTHI ILITH IIPOU3BOIHTEICI METOAOM ITTABHBIX KOMIIOHEHT

=

P Gy

Mpoussogutens Ne1

Mpoussogutens N5

Mpoussoautens Ne3

3 Tk
Mpounssogutens N2
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B AHanu3 TabJeTOK alETUJCAIULIUIOBON KUCIOThl MeTogoM MK-cnekTpockonuu

Mpoussoautens Ne2
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g Mpoussoputens N4
= |

E I P‘ Mpoussoputens Ne5

PUCYHOK 6. Kraccuduxanmsa BUK-CIIeKTpOB TA0I€TOK AIlETHII-
CATHIIWIOBOY KHMCJIOTHI IO ILITH IIPOU3BOAUTETAM MeToaoM SIMCA

[OT0 MeTOAa MAOMKHO 6biTh
060CHOBAHO M BaNUANPOBAHO.

C nomouwbto xeMomeTpuye-
ckux metopgoB PCA u SIMCA
OblIM NOCTPOEHBI U BAMANPO-
BaHbl mogenu no bUK-cnekt-
pam Tabnetok aueTuncanmum-
JIOBOW KUCNOTbl, MO3BONIAIO-
e NPOBOAMTL UAEHTUYHOCTb
npenapara no npou3BofuTe-
no. MNMonyyeHHble Mogenu Mo-
ryT ObITb MCNOMb30BaHbI ANs
BbiAABNEHMS (anbcuduumpo-
BaHHbIX Mpenaparos.

w3 FT

Mpoussoputens Ne1

=

1] ]

napara C TeM Xe [edCTBYIOLWUM BELEeCTBOM, HO LpYrux
npoM3BOANTENEN.

KnactepHblit aHanu3 He fan HaMm NOJIHOTO pa3feneHus
npenaparoB npoussoguteneit 3, 4 u 5 (puc. 4). MNpu nc-
NoNb30BaHUM NPOBEPOYHBIX 0OpPa3L0B Mofenb He No3BO-
Auna npasuAbHO MAEHTUDMLMPOBATL UX MO YKa3aHHbIM
NpON3BOAUTENSIM.

AHanoruyHblii pesynbtat Gbl1 NOAYYEH NPU UCMOJbL30-
BaHWUU JUCKPUMUHAHTHOTO aHann3a.

MonHoe paspjeneHue npenapata no NpoU3BOLUTENHO
yaanocs poctuyb metofamu PCA n SIMCA (puc. 5, 6). Bce
npoBepoyHble 06pasLbl ObINKM NPaBUIbHO UAEHTUHULMPO-
BaHbl N0 NPOU3BOAMUTENIO.

MpuynHa, NO KOTOPOW KNacTepHbIN U AUCKPUMUHAHT-
HbIi @aHaNU3bl He NO3BOIMAW Pa3aenuTb 06pasLbl npena-
pata no NpOM3BOAUTENIO, BO3MOXHO, COCTOUT B HEOLHO-
POAHOCTU MpPOAYKLWM, BbINYCKAaEMON NMPOU3BOAUTENAMY
3, 4 n 5. 13 yKkazaHHbIX Npou3BOAMTENEN Haubonee Heoa-
HOPOAHYIO NMPOAYKLMIO BbIMYCKAET NpOM3BOAUTEND 5, fa-
nee 3 u 4 (puc. 5). NMpoaykuns npoussogutenein 1 n 2
npefcTaBaser co60i KOMNAKTHbIE 30HbI, KOTOPbIE XOPO-
WO AeNATCA MeXay coboil U oTReNsTCA OT APYrux npo-
n3BoauTenen.

TakuM 06pa3oM, U3 yKa3aHHbIX XEMOMETPUYECKUX METO-
R0B nocTpoeHus mogeneii no BUK-cnektpam Haubonee onTu-
ManbHbIMU 5 WOEHTUYHOCTU TabneTok aueTuncanuuuio-
BOI KMCNOTbl No npoussogutento okasanucb PCA n SIMCA.

B 3axmoueHue

B pe3ynbtate npoBefeHHbIX UCCNe[OBaHNMIA GbI10 yCTa-
HoBNeHo, yTo B BUK-cnekTpax Tabnetok auetuncanuumno-
BOI KMCNOThI BUAHbI OCHOBHbIE MUKU p,eﬁcnay&ow,ero Belle-
CTBa NpW ero KoHleHTpauuu 6onee 70%.

lMokasaHo, YTO MCMONb30OBaHWE pa3HbIX MaTemaTuye-
CKWUX MeTOf0B nocTpoeHua moaenei no bUK-cnektpam aa-
0T HEOAMHAKOBbIE pPe3ynbTaTthl, MO3TOMY NPUMEHEHUE KaXK-
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