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Tabnuya 1. 3asucumMocmes naow,adu NUKAa 0m KOHUeHmpayuu KogeliHol Kucaomsl 8 MoOesbHOl cMecu

Table 1. Peak areas depending on caffeic acid concentrations in spiked samples

KoHueHTpauus KohenHon KUCNOoTbl, MKr/MA Mnowaab nuka KoderHoi kKucnotbl, mMAUxc
Caffeic acid concentration, pg/mL Caffeic acid peak area, mAUxs

0,250 4,26

0,500 15,90
1,000 21,40
5,000 161,0
10,00 284,0
50,00 1811

100,0 3439

500,0 17195
1000 33390
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Ta6nuua 2. lpasunsHOCMe U NOBMOPSIEMOCMb MEMOOUKU onpedenieHus KogeliHol Kuciomsl 8 mpage HoHeu pycckoli

Table 2. Acuracy and repeatability of the analytical procedure for caffeic acid determination in Nonea rossica herb

Konunuectso Pesynbrar CopepxaHue
Macca n n[o6as- KO/NM4ecT- KodeitHom
nowaab nuka o
HaBeCKU e JIEHHOM BEHHOr0O - MoeTtops- KUCNIOTI
YpoBeHb Cbipbs, F KodeliHoi onpeaeneHns p o eMoCTb, B nepecuete
KOHLIeHTpauum Accurately Kucnotel, KUCNOTbI, KodeitHom HoCT®, % Ha a6CcoNIIOTHO
; . mAUxc ? Accuracy, o
Concentration level weighed Caffeic acid peak Mmr/mn KUCNOTbI, Mr/Mn % Repea-  cyxoe cbipbe, %
herbal area. mA U’; s Caffeic acid Caffeic acid ° tability, % Caffeic acid
drug, g ’ spiked, recovered, content (dried
mg/mL mg/mL drug), %
LT 1,402 (67,0%1,2)x102 0,2000 0,1937 3,2 1,8 0,031
Eo”“e“wa”“”. 2,000 (70,9%2,1)x10? 0,2130 0,2100 1,4 3,0 0,138
ow concentration
i 2,400 (79,3%1,7)x102 0,2000 0,1997 0,15 2,1 0,070
[ManasoH cpeannx 1,900 (149£6)x10? 0,4432 0,4392 0,90 4,0 0,025
KOHLEHTpaumm 102
Middle concentration 2,000 (141,0%2,3)x10 0,4260 0,4205 1,3 1,6 0,072
el 1,900 (169,0£2,5)x10? 0,5132 0,4867 5,2 1,5 0,025
[IMaNasoH BbLICOKMX 2,001 (194+9)x10? 0,6094 0,5600 49 4,6 0,076
COGITEARETIAL] 2,001 (2175)x10? 0,6500 0,6253 3,8 23 0,076
High concentration
Lage 2,000 (188%5)x10? 0,5680 0,5596 1,5 2,7 0,107
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* Paccqyumaxo Ha 0CHOBAHUU COO0epuaHus KogeliHoli KUCIombl 8 pacmeope CpasHeHus, UCNoNb308aHHOM 04151 A06a8KU.
* Calculated on the basis of the caffeic acid content in the reference solution used for spiking.
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Ta6nuua 3. BHympunabopamopHas npeyusuoHHoCms Memooduku onpedeseHus kogeliHol Kuciomel 8 mpase HoHeu pycckoli

Table 3. Intralaboratory precision of the analytical procedure for caffeic acid determination in Nonea rossica herb

JaTa
aHanusa
Date of
analysis

UcnonHutenn
Analyst

12.02.24
12.02.24
1 12.02.24
13.02.24
13.02.24
14.02.24
14.02.24
2 14.02.24
15.02.24
15.02.24

3HayeHue Kputepusa <I>MLuepa, BblYMCNIEHHOE MO pe3ynbTaTaM NpoBeaeHUA UCMbITAaHUI
pPa3HbIMU UCNONTHUTENAMMU FX, LOJIKHO OblTb MEHbLUE TaBMYHOIO 3HAYEHMUS FtC AOBEPUTEND-

HOW BEPOATHOCTbIO PP

The F-test value calculated from the results obtained by different analysts,
with a confidence probability, P°

reference value, F,,

CopepxxaHue KodeiiHoii  CpepHee 3HaueHue

KUCNOTbI B nepecyere copepXaHus T EL LT
p Aep P OTK/IOHEHUe Koadduumnenr
Ha abconoTHO cyxoe KoeliHoM o
(s), % Bapuaumu, %
coipbe, % S L Standard Coefficient of variation, %
Caffeic acid content (dried  Mean caffeic acid deviation (5), % i
drug), % content, % »
0,0837
0,0827
0,0823 0,0828 0,00106 1,28
0,0814
0,0840
0,087 0,0864 0,00182 2,11
0,088
0,088
0,085
0,084

) Tys

F , is less than the

Fes)'/s
F = 0,0000033/0,00000112=2,95
F < F,=6,39, P=0,95
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Tabnuuya 4. BanudayuoHHsle Xxapakmepucmuku Memoduku xpomMamozpagu4ecko2o onpedeneHus KogelHol KUciomel 8 mpase HoHeu

pycckoli

Table 4. Validation characteristics of the chromatographic analytical procedure for caffeic acid determination in Nonea rossica herb

BanupauunoHHbIi nokasatenb

Validation parameter

JINHERHOCTb
Linearity

AHanuTuyeckas obnactb
METOAUKMU
Analytical range

Mpepen o6HapyxeHus
Limit of detection

MNpenen konMuecTBEHHOTO
onpegpeneHus
Limit of quantification

MpaBunbHOCTb, %
Accuracy, %

XapakTepuctuka
Characteristic

YpaBHeHUe npamoi
Linear equation

KoadduumeHT koppensaumm
Correlation coefficient

Onana3oH NMHEeNHOCTH
Linearity range

80-120% OT HOMMHANBbHOIO 3HAYEHMUS
onpenensemMon BeNMYnHbI
80-120% of the nominal measurand value

MUHUMManbHas KOHLEHTPaLMs, KOTOPas MOXET ObITb
onpefeneHa B AaHHbIX YCIOBUSAX

Concentration that can be detected under the above
analytical conditions

KoHueHTpauus, onpeaenseMas ¢ Tpebyemoit
NMPaBUIbHOCTbIO U MPELU3UOHHOCTbIO

Concentration that can be determined with the required
accuracy and precision

OTKpbIBaEMOCTb ONpeaeneHa MeTonoM A06aBoK
LN Tpex fManasoHoB onpeaensieMoi BeIMYmnHbl
Spike recovery for three different measurand ranges

Pesynbratbl
Results

Y=33,54X+46,61

0,9998

070,25 no 1000 mMkr/mn
From 0.25 to 1000 ug/mL

OT 80 go 120 mMkr/mMn
From 80 to 120 ug/mL

0,1 mMkr/mn
0.1 ug/mL

0,25 mMkr/mn
0.25 ug/mL

Manble KoHueHTpaumm — ot 0,15 no 3,2
Low concentrations: from 0.15 to 3.2
CpepHue KoHuUeHTpaumm — ot 0,9 go 5,2
Middle concentrations: from 0.9 to 5.2
Bbicokue koHueHTpaumn — o1 1,5 no 4,9
High concentrations: from 1.5 to 4.9
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MpoponxeHue Tabnuubl 4

Table 4 (continued)

BanuaaumoHHbIi nokasarenb
Validation parameter

MpaBunbHOCTb, %
Accuracy, %

MoBTopsieMocTb, %
Repeatability, %

BHyTpunabopatopHas
NpeLm3noHHOCTb, %
Intralaboratory precision, %

YcToiumBoCTh
Robustness

Benuyko B.B., Jlacmoeka A.B., Kapmawosa M.E., [alidyk A.A., Kpyenos [.C.
Paspa6orka 1 Basuganusi BOXXKX-mertonuky onpeesieHust KOQeitHOM KMUCIOThI B TpaBe HOHEU PYCCKO

XapakTepuctuka
Characteristic

[lnana3oH Bapuaumum oTKpbIBAEMOCTH
Recovery variation range

OTHOCUTENBHOE CTAaHAAPTHOE OTKIOHEHUE
Relative standard deviation (RSD)

[lnanasoH BapuaLun 0THOCUTENIbHOTO CTaHAAPTHOIO
OTKJ/IOHEHUSI
RSD variation range

OTHOCHUTENbHOE CTaHAAPTHOE OTK/IOHEHME

NPy BbINOJHEHUM aHaNM3a pa3HbIMU UCMONHUTENIMU
B pa3Hble oHU

RSD for different analysts and days

M3MeHeHWe CKOPOCTU NMOTOKA NOABUXKHOM dasbl
Changes to the mobile phase flow rate

Pe3ynbratbl
Results

070,15 no 5,2
From 0.15 to 5.2

Manble KoHueHTpauun — o1 1,8 no 3,0
Low concentrations: from 1.8 to 3.0
CpepnHue KoHueHTpauun — o1 1,5 no 4,0
Middle concentrations: from 1.5 to 4.0
Bbicokue KoHUeHTpauum — ot 2,3 no 4,6
High concentrations: from 2.3 to 4.6

0t1,5004,6
From 1.5 to 4.6

He npeBbiwaert 2,11
Not more than 2.11

[pn n3MeHeHUn CKOPOCTH MOTOKA
MOABUXHOM (a3bl U3MEHANOCH BPEMS
3/110MPOBAHNS KODEWHOM KUCIOTbI
Changes to the mobile phase flow rate
changed the elution time of caffeic acid
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Tabnuua 5. Memponoauyeckue xapakmepucmuku MemoouKu XpoMamozpagpuyeckoeo onpedeneHus KogeliHol KUCI0msl 8 mpase HOHeu

pycckoli (P=0,95, n=5)

Table 5. Metrological characteristics of the chromatographic analytical procedure for caffeic acid determination in Nonea rossica herb

(P=0.95, n=5)

2
P S

0,0828

0,00000121

s s AX

Xcp

0,0011 0,0005 0,0031

A e, % €

0,0014

%

Xep Xep?

3,74 1,67
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lMpumeuaHue. P — dogepumesnbHas 8epoOSIMHOCMb, N — YUCA0 NAPANeNbHbIX NPo6; ch — cpedHee 3Ha4yeHue co0epmaHusi KogpelHol
Kucsomesl 8 nepecyeme Ha abCoMOMHO Cyxoe cuipbe, %; s? — oucnepcus; s — CmaHOapmHoe OMKA0OHEHUE; Sy, — CMaHoapmHoe omkno-
HeHue cpedHe2o pesynbmama; AX — nonywupuHa dosepumessHo2o UHMepP8ana 0omAoesbHO20 Pe3ybmama aHanusa; A, - — noaywupuxa
008epumenLHo20 UHMepeand cpedHe20 pesynbmama; e — OMHOCUMENbHAS OWUGKA 0MOebHO20 pe3ynbmamd; &, , — OMHOCUMesbHAs
owubKa cpedHe20 pesynemama

Note. P, confidence probability; n, number of parallel samples; X_ » mean caffeic acid content (dried drug); s, standard deviation; s
dard deviation of the mean; AX, half-width of the confidence interval for an individual result; A

the mean; ¢, relative error of an individual result; ¢, » relative error of the mean

oy SEAN-

xp Nalf-width of the confidence interval for
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