Ipuxaan 2

Bagiganis MeTOAUKH KOHTPOJIIO CYNPOBIAHUX JOMIIIOK B CyOCTaHUil
nedypoxcumMy HATPIEBOI COJIi

O0’eKT HOCTiTKEeHHS

[Topomok uedypokcumy HatpieBoi comi (LUH) s mpuroryBaHHS po3uuHy s
1H’ EKITIH.
[1ix gyac mpoBeIeHHS TOCTIIKeHb BUKOPUCTOBYBAJIM MIpENapar i CTaHAapTHUHN 3pa30K

nedypokcumy HatpieBoi coii  €Bpomeiicbkoi ®dapmakomei. BuxopucroByBaHi
pPEaKTHUBH 1 TUTPOBAHI PO3UYMHHU BiAMOBIMamu BuMoram dapmakorei.

AHAJITHYHE 00JIaTHAHHSA

[ToBipenuit pimuunuii xpomatorpad Agilent 1100 3D LC System ¢ipmu Agilent
Technologies; moipeni Barm AG 204 ¢ipmu Mettler Toledo. V mocmimkenHsx
BUKOPHUCTOBYBAJIM MipHUH mocyna kiacy A (mepmoro kiacy) ¢ipmu Simax, Yexis,
KWW BiAMOBIaB BUMoram dapmakoriei.

I1.2.1. MeToauka aHaiisy, 0 BaJiAy€ThCA

Y pO3riasHYyTOMY HaMHW BHUIIAIKY JIS PO3PAXyHKY BMICTY CYMPOBITHUX JTOMIIIOK
BUKOpUCTOBYeThCE ~BEPX-meroanmka B yMoBaxX  KUIBKICHOTO — BHU3HAYEHHS
nepypokcumy HaTpieBOi coil  BIANOBIAHO 110 MoHorpadii dapmakomnei Ha
cyOcTaHIlil0 1epypOKCUMY HATpPi€BOI COJi. YpaxoByroud crenudiky aHaiaizy B
KOXKHIM KOHKPETHIN aHamTH4HIA Jlabopartopii, dapMakones 103BOJIIE€ BapilOBaHHS
3a3HAYCHUX Yy MOHOrpadii xpoMarorpadiyHUX YMOB y HEBEIUKUX Mexkax («Memoou
xpomamoepaghiunozo posdinenuay (2.2.46)). Sxmo BapilOBaHHS BUXOJUTH 3a
3a3HA4YCeHI MEXI1, HEOOX1IHO MPOBOJUTU BATIAII0 METOJUKH, ajle HE B IMOBHOMY
o0cs31 BIAMOBITHO JIO BCTAHOBJICHUX BHUMOT, a 3a HAWOUTBII KPUTUIYHUMHU
BaJIiIalliiHUMU XapaKTePUCTUKAMH, K1 BiIOOpaxaroTh peaibHi 3MiHU.

I1.2.1.1. CynpoBiaHi joMilIKH

BunpoOyBaHHs NpoOBOASTH METOJOM PIAMHHOI XpoMaTtorpadii BIANOBIIHO JO BUMOT
®dapmakornei («Piounna xpomamoepagisny (2.2.29)).

[To 50 MKkJ1 BUIIPOOOBYBAHOI'O PO3YMHY 1 PO3UMHY MOPIBHSAHHSA (C), MPUTOTOBAHUX B
po3aim «KinbkicHe BHU3HAYEHHS», MOMEPEMIHHO XpoMmaTorpadyioTh Ha PIIUHHOMY
xpomarorpagi 3 Y®d-merekTopoM B yMOBax, ONUCaHUX B po3aiini «KilbKicHE
BU3HAYECHHS.

Yac xpomarorpadyBaHHsS BHIPOOOBYBAHOTO PO3YMHY Mae OyTH B UYOTHPHU pasu
OUTBIINI 32 YaC yTPUMYBaHHS OCHOBHOTO TIIKA.
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Ha xpomartorpami BUIpOOOBYBaHOTO PO3YHMHY ILJIOMIA IIKA JOMIIMIKA A, a TaKOX
IoIIa mika OyAb-IKO1 1HIIOT JOMIIIKH HE Ma€ MEPEBUIIYBATH IOl OCHOBHOTO IMiKa
Ha Xpomartorpami po3umHy MopiBHsAHHA (¢) (He Oumbme 1.0 %); cyma mom ycix
MiKiB, KpIM OCHOBHOTO, HE Ma€ TMepeBHIyBaTd OuUThbil HDK y 3.0 pasm Turomii
OCHOBHOTO TIiKa Ha XpomaTtorpami po3unHy mnopiBHSHHS (c) (He Oumbme 3.0 %), He
BpaxOBYIOUM MIKM 3 TIUIOMICI0 MeHmie 5 % BiJ IUIONII OCHOBHOTO IiKa Ha
XxpomaTorpami po3unHy nopiBHsHH: (c) (0.05 %).

Pe3ynbTaT aHamizy BBaXKalOThCS JOCTOBIPHMMHM, SIKIIO BHKOHYIOTHCS YMOBHU
nepeBIpKU MPUAATHOCTI XpoMaTorpadiuHoi cucteMu, onucani B po3ain «KinbkicHe
BU3HAUYCHHS.

I1.2.1.2. KifibKicHe BU3HAYEHHA
BunpoOyBanHs mpoBOASTH METOJIOM PITUHHOT XpoMatorpadii BiAMOBITHO JO BUMOT
cTarTi « Piounna xpomamoepaginy (2.2.29).

Bunpob6osysanuii pozuun. bmuzpko 0.04 1 (TOyHa HaBaxka) BMICTY (QuiaKkoHa
PO3UYUHAIOTH Y 8001 P 1 10BOAsATH 00’ €M po3unHy 110 100.0 Mt 6odorwo P.

Jlis BunpoOyBanHs «CynpoBiiHI JOMIIIKK» PO3YHH FOTYIOTh O€3MOCEPENHbO MEPET
xpomaTtorpadyBaHHSM.

Jlis  BunpoOyBanHs ~ «KimbKiCHE  BH3HAUYCHHS»  PO3YMH  BHKOPHUCTOBYIOTH
CBDKOIIPUTOTOBAaHUM (TE€PMIH 30€piraHHsl po34uHy 6 rom).

Po3zuun nopiensnna (a). bnuzpko 0.04 r (TouHa HaBaXkKka) cTaHaapTHOTO 3paska (C3)
nedypokcumy HatpieBoi com (EP CRS) po3unnsaoTs y 600i P 1 10BOIATh 00’€M
po3uuny a0 100.0 M 6o0oro P.

Po3unH BUKOPUCTOBYIOTH CBIXKOIIPUTOTOBAHUM.

Po3zuun nopiensannsa (b). 20 Mn po3unHy TOPIBHSIHHS (@) MOMIMIAIOTH B BOJASHY OaHIO,
nonepeHbo Harpity Ao temrepatypu 80 °C, 1 BUTpUMYIOTh NPOTATOM 15 XB, miciis
YOI'0 HETAHO OXOJIOJKYIOTb.

Tepwmin 36epiranns po3unHy — 1 n1o6a 3a remneparypu Big 8 °C mo 15 °C.

Pozuun nopisnanns (c). 1.0 M Bunmpo6oByBaHoOTO po34nHy M0BOAATH 10 100.0 M
6ooorio P.

P034nH BUKOPUCTOBYIOTH CBI)KOIIPUTOTOBAHUM.
XpomarorpadyroTs 5 MKJI po3unHy MopiBHAHHS (b).

[To 5 MKJI BUIIPOOOBYBAHOI'O PO3YMHY 1 PO3UMHY MOPIBHAHHS (a) XpoMarorpadyooThb
Ha piAMHHOMY Xpomatorpadi 3 YD-aeTeKTopoM, OTPUMYIOUM MO 3 XpOMaTOrpamu
JJI KOKHOT'O 3 PO3UMHIB, 32 TAKUX YMOB:

— KoyioHKa po3mipamu 150x4.6 MM, 3anoBHeHa copOeHTtom Lichrospher 60
RP-select B 3 po3mipom gacTuHOK 5 MKM (KoJI0oHKA 1), a00 aHAIOT14Ha;



pyxoMma ¢aza — cyMi ayemonimpuay P 1 aneratHoro 0ydepHOro po3unHy
pH 3.4, orpumanoro po3uuHeHHIM 6.01 T oymosoi kucromu nv00saH0i P 1
0.68 r ayemamy nampito Py 600i P 1 TOBeICHHSIM OTPUMAHOTO PO3YUHY JI0
1000.0 M1 800010 P (8:92);

HIBUIKICTh PyXOMOi (pa3u — 2 MJI/XB;
JEeTEeKTyBaHHA — 273 HM;
TeMreparypa repmocrara aprocamiuiepa — 10 °C;

TeMmreparypa TepMocrara KoloHku — 25 °C.

XpoMmarorpadiuHa cucTeMa BBaXKAEThCS MPUIATHOIO, AKIIIO:

CTYMIHb PO3AUICHHA MIKIB, PO3paxOBaHUM JUIsi JABOX OCHOBHUX TIKIB

nedypokcumy 1 JoMimku A 11eypoKCUMY—pespaxeBatit 3 XpoMaTorpam
po3unHy nopiBHsAHHA (b), cTaHOBUTH HE MeHTe 2.0;

BIJIHOCHE CTaHJApTHE BIAXWICHHS, pO3paxoBaHe Ui IUIOHI TIiKa
neypokcumMy 3 TpbOX XpOMarorpaM poO34YHMHY TNOpIBHSHHA (a), HE
nepesuiye 1.30 %;

e()eKTUBHICT, XpoMarorpadiyHoi KOJOHKH, pO3paxoBaHa 3a IIKOM
neypokcuMy Ha XpomaTorpamax pO3YMHYy TOPIBHSIHHS (a), HE MEHIIE
2500 TeopeTHUHUX TapUIOK;

Koe(DilieHT cuUMeTpii MiKa, pO3paxOBaHUW 3a MIKOM LEePypoOKCUMY 3
XpoMaTorpam po3urHy NOpiBHSAHHSA (a), He nepeBuurye 2.0.

VY dbapmakoneliHy MeTOUKy OyJIM BHECEHI TakKi 3MIHH:

3amineHuM copoeHT  XpomartorpadiuyHOi  KOJOHKHU CHJTIKaresb
TeKCWICWIUTBHUI 1J1s1 XpomaTtorpadii Ha culiKareib OKTaIeIHICHIUIbHUN
uist Xxpomatorpadii, 1O COPUYUHUIO KOPUTYBaHHA XpOMaTorpadiuHux
YMOB: 301IbIIEHHS] BMICTY alleTOHITPUIIY B pyXoMmii (asi.

OnrtumizoBaHa TPOOOMIATOTOBKA JIi  3MEHIINCHHS  HEBU3HAYECHOCTI
poOOITIITOTOBKH, aje BOJTHOYAC KUIBKICTD pEUYOBHHH, 110
XxpoMaTtorpadyeThCs, 3aTUIIMIACH TAKOIO CaMOl0, K Y MoHOTpadii €D.

BcranoBnena Ttemnepatrypa TepMoctrara aBtrocamiuiepa 10 °C, o
OB’ A3aHO 3 HECTaOUIBHICTIO IEPypOKCUMY 3a KIMHATHOI TeMIepaTypu i
BUIIE (PO3KIIAJIAETHCS 3 YTBOPEHHSIM NEPEBAKHO JOMIIIKHU A).

I1.2.1.3. 3aBaanus i BajgizaniHi Kpurepii

YpaxoByroun 3a3HaueHi BHUIIEC 3MIiHH, a TAaKOX TE, IO METOJWKA BHU3HAYCHHS
CYNPOBITHUX JOMIIIIOK TaKOX Oy/ie BUKOPUCTOBYBATHUCS JJISI KOHMPOJIO KIIbKICHO20
emicmy Oomiwok Tij 4ac JOCIHIKEHHS cTabUIBHOCTI Mperapary, METOIMKa BUMarae

Barimari

32 HAWOUIBII KPUTHMYHMMU  BATIAMIMHUMH  XapaKTEPUCTUKAMMU:

cnenuivHICTh, POOACHICTh, JIHINHICTh, MPABWIBHICTD, MPEIU3IHHICTh (301KHICTD),
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Mexa KiTbKicCHOTO BU3HaueHHs (QL) 1 mexa BusBiieHHs (DL).

Hopmanizosani koopounamu po3paxoByBaIH 3a CIiBBiIHOMIECHHSIME (4.1) po3ainy 4.
Jlis onmepskaHHS HOpMali3oBaHUX KoopAuHAT X; B piBHsAHHAX (4.1) 3amicte Cy
BUKOPUCTOBYBAJIM TPAaHWUYHUN 3a croenudikamiero BMICT gomimok Iml, ToOTO
KOHIIEHTpAIli JOMIIIOK BUpPaXaJld y BiICOTKaxX 10 [mL.

lianazon (nuB. 1. 5.7 po3auny 5): 25-125 % B HOpMai3oBaHUX KOOpJUHATAX; g = 9
To4ok (25, 25, 50, 50, 75, 75, 100, 125, 125 %) 1 onun cranaaptauii po3uuH (100 %).
SD,ange = 38.41 %.

Hesusnauenicmo pesynomamy uznauenHs iHOUBIOYAIbHOI OOMIUKU | CYyMU OOMIULOK
(Amp), BUpaKEHA SIK OAHOOIYHUM MOBIpUMiA 1HTEpBaN aJisi WMoBipHOCTI 95 %, Mae
3aJI0BOJIBHATH CHiBBIAHOIEHHS (5.6) po3auny 5, ToOTO Mae nepeButryBatu 5.0 % Bif
TPAaHUYHOTO BMICTY IOMIMIKK (/mL), 10 B aOCOMIOTHUX OJIMHULAX I BMICTY
JAOMIIIKK A Ta 1HIIO! IHAUBIAYaIbHOI JTOMIIIKH CTaHOBUTH Apyy < 0.05 %, a 11t cymu
JTOMIMIOK XA, < 0.15 %.

Cucmemamuuna noxuoka (4.10, 4.12 posniny 4):
0 < A4/ 3 (cTaTUCTUYHA HE3HAYYIIIICTBD):
0<0.32 x 5.0 =1.6 % (mpakTH4Ha HE3HAYYIIICTh).

Meosica  eusenennss B~ HOPMAi30BaHMX  KOOpPIMHATAX MAa€  3aJOBOJBHATH
criBBigHOIIEHHS (5.2-5.3), ToOTO 110 < 10 %.

Meoica xinbkicHo2o 6u3HawenHss B HOPMATI30BaHUX KOOPJMHATAX MA€ 3a0BOJILHSATH
criBBigHOIIEHHS (5.2-5.3), To6TO ITKO < 32 %.

Januwkose  cmanoapmue — 8iOXUleHHs ~ TIPAMOi  JIHIT  Ma€  3aJ0BOJIBHSITH
cniBBiiHOWEHHS (5.9), T0OTO SD) < 2.6 % (K 17151 KUTbKICHUX BUIIPOOYBaHb).

Koegiyienm xopenayii: R. > 0.9976 (nuB. Bumoru (5.11)).
Binvniii unen npsamoi (5.12-5.13):
a <1.89 x s, (cTraTUCTHYHA HE3HAUYIITICTD);

a <2.1 % (nmpakTUyHa HE3HAYYIIICTh).
I1.2.2. Cieungiynicts i podacHicTh
I1.2.2.1. CnenugivyHicTh

BuxopucroByBanu miaxij, onucaHuil y po3auii S.5.
['oTyBanmu 1 migmaBaiud TaKHUM «CTPECOBHM» BIUIMBAM BHUIIPOOOBYBAHMN DPO3YHUH:
KUCJIOTHUM T1JIPOJII3, JIY>KHHUM T1JIpoiii3, HarpiB, Y O-onpoMiHEHHH.

XpomartorpadyBanu  OTpUMaHi  «CTpecoBi»  po3umHu. [lms  on;epikaHHs
«PETPE3eHTATUBHOI0» PO3YMHY 3MINIYBaJIM B PIBHUX 00’ €Max «CTPECOBI» PO3YUHH,
OTpPUMaHI ]I 9ac JIy>KHOTO T1Apoiizy 1 Y D-onpoMiHEHHS.



Jis  BuOOpy  ONTUMaNbHUX  XpomaTorpadiyHUX YMOB  Xpomarorpadysaiu

«pETPEe3eHTATUBHUI PO3YMH B YMOBAaX METOJMKH, 3MIHIOIOUM BMICT alleTOHITPHITY
Bin 4 % no 10 %.

Y BuOpaHMX ONTHMAJIBHHX YMOBaX XpoMmarorpadyBaiu «pernpe3eHTATUBHUIDY
PO34YUH Ha JIPYyTii KOJOHII (KojoHKa 2): po3Mip 4.6 x 150 MM, 3ani0BHEHAa COPOEHTOM
Symmetry C-18 3 po3MipoM YaCTHHOK 5 MKM.

I1.2.2.2. TocaixkeHHs1 cTa0iIbHOCTI PO3YMHIB

Yac, npoTsArom sIKOro po3duHU CTaOUIbHI, Ma€ OyTH JOCTATHIM JJIsl BAKOPUCTAHHS B
PYTHHHOMY aHaji3i aBTocamIuiepa xpomartorpada, TOOTO Ma€ CTAHOBUTH HE MEHIIIE
6 roxa. Jlyist mepeBipKU MOTO XpomaTorpadyBanu BUIPOOOBYBAHUI PO3YHH BiJpasy
MICJIst IPUTOTYBAHHS PO3UMHY 14epes3 6 Toj.

Pozunn uedypokcumy HaTpieBOi coll € HECTaOLIbHUM, TIiJ Yac TiAPOJi3y
YTBOPIOETHCS Aomimka A 1edypokcumy (meckapOamoiniedypokcum). [HTeHCHBHE
HAKOMIMYYBaHHS I1l€i JOMIIIKK BIJ3HAYAETHCA BXKE 3a KIMHATHOI TeMIIepaTypu
pPO3UMHY 1 MIABUIIYETHCS 3 pocToM Temmeparypu. 1100 CHOBUIBHUTH YTBOPEHHS
JAOMIIIKA A B pO34YMHI, B METOJMKY BBEIM TEPMOCTAaTYBaHHA aBTOCaMILIEpa
xpomatorpada 3a 10 °C (pezynbratu — B Tadmn. I1.2.1).

bynn Takox 3MOA€NbOBaHI «HAWTipmI» XpomartorpadidyHi YMOBH, SIKI CHPHSIOTH
HAaKOMWYEHHIO JOMIMKA A B po34WHI (KIMHATHAa TeMIlepaTypa aBTOCaMILIEpa,
TeMIlepaTypa TEpMOCTATyBaHHs KOJOHKH 35 °C, BMICT alleTOHITPUIIY B pyXOMiil ¢a3i
3 %), 1 oTpuMaH1 pe3yabTaTH MEPEeBIPKU CTAOUIHLHOCTI BUIPOOOBYBAHOTO PO3UYHUHY
(pesynbratn — y Tabu. I1.2.2).

I3 I1.2.1.3 maemo: Ay, < 0.05% abe., a XA, < 0.15% abc. BiamosigHo 10
criBBigHOMEHHs (5.7), mig Yac BHUBYEHHS CTaOUIBHOCTI BIJAMIHHICTH BMICTY

1HJIMB1TyalibHOI IOMIIIKY B1Jl BUX1IHOTO 3HAUYCHHS HE Ma€ nepeBuiyBatu Dif(stab) <
V2 % 0.05=0.07 % abc., a gt cymu — EDif(stab) <2 x 0.15 = 0.21 % abe.

I1.2.3. MoaesibHI pO34MHH, BAKOHAHHS BUMIPIOBaHb I PO3pPaxXyHKH

YV Tab6n. I1.2.4 naBeneHi TeopeTHUHI (Xjmeop) 1 (axTuuHi BeTUIUHHU (X parm.)
(HopMatizoBaHi) BMicTy?? 1eypoKkcuMy HATpi€BOi COJIl B MOJEIBHUX PO3YMHAX.
MonenbHi pO3YMHM 1 PO3UMH MOPIBHSHHSA TOTYBAJIM 3 OKPEMHUX HABa)KOK BaroBUM
METOJIOM.

BumiproBaHHS BUKOHYBIM Yy TaKOMY TOPSIKY: 3 GUMIDIOGAHHS MOOEIbHO2O0
po3uuny 1; 3 8uUMIprOBaHHA MOOENbHO20 pO34UHy 2; 3 BUMIDIOBAHHS MOOEIbHO2O
po3uuny i; 3 GUMIPIOBAHHSA MOOeibHo20 po3uuny 9. Mixk MOJETbHUMH PO3YMHAMHU
xpomatorpadyBajdd pPO3YMH TOPIBHSHHA, OTPHUMYKYM B CyMi HE MCHIIE
3 mapasenbHUX XPOMATOTPaAMH.

Po3paxoByBajin BIJHOIIEHHS CEpPEAHIX 3HAYEHb IUIOLl MIKIB LEePYypOKCUMY 13
XpoMarorpamM KOXHOTO 3 9 pO34MHIB 1O CEpeIHbOr0 3HAYEHHS IUIOINI TIIKiB
e ypoKcumy 13 XpoMaTorpaM po3uuHy MOPIBHSAHHSA, OTPUMYIOUYH BeIUYUHU V; = (S;
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/ Sy) x 100. 3naxommnmu Takox BenmmuuHy Z = 100 x (Y; / X)), axa siBasie coO0r0
3HAWJIEHy KOHIIGHTpAIlll0 y BIJACOTKaxX J0 BBeleHOi. Pe3ynbratu po3paxyHKiB
HaBegnieHi B Ta6m. I1.2.4. Kpurepii — aus. 11.2.1.3.

PospaxyHku mapamerpiB JniHIHHOI 3ayie:)kHOCTI ¥ = b X X + a mpOBOIUIN METOIOM
HallMEHIINX KBaapatriB. Pe3ynpTaTu po3paxyHKIB — BEIUYUHU b, Sp, d, Sa S
(3anmuIIKkoBe cTaHIapTHE BIAXWIEHHS) 1 R. (KoedillieHT Kopenslii) — HaBeJIeHI B
Tabn. I1.2.3, orpumana B HOpMaJli30BaHUX KOOpAUHATax npsima — Ha Puc. 11.2.6.

I1.2.4. Pe3yabTaTu i IX 00roBOpeHHs
I1.2.4.1. IIpugaTHicTb XpoMaTorpagiuHoi cucTreMu

OnTumanbHUM € BUOpaHUIl BMICT alleTOHITPHIY B pyxoMmid ¢azi 8§ %, oCKIIbKH 3a
Takoi yMOBH 4ac XpomaTorpadyBaHHS CYTTEBO 3MEHIIYEThCS, MIK HEePypoKCUMY
PO3IISAETHCS 3 HAMOMKYMMH TMKaMH JOMIIIOK, TIKH JOMIIIOK BIIIUISIOTHECS MIiX
coboto (auB. Puc. I1.2.1).

DADT A, Sig=272,4 Ref=260,100 (CEF UROC\OZ020510.00

Morm.

100 +

20

3532-imp A

G0

0 A

T T T T T T
o 1 2 3 4 ] miry

Pucynox I1.2.1. TumoBa xpomartorpama po3uuHy mopiBHSHHS (b) y pasi BMICTY
alleTOHITPUITY B pyxoMmii dazi 8 %

I1.2.4.2. CnenugivynicThb

SAx  Bumno 3 Puc. [1.2.2-[1.2.3, mnpodini amomimiok Ha  Xpomarorpamax
«pEINpPEe3eHTaTUBHOIO» PO3YMHY, OACPKAHUX HA PI3HUX KOJIOHKAxX, CIIBHOAJAIOTh,
MIKK JIOMIIIOK PO3JUISIOTHCS BiJ MiKa HeypOKCUMY 1 IMiKa JOMIIIKA A (KOHKPETHO
HaBeleHol y crneuudikamii), Uil mika Ue@ypoKCMMY Ha XpoMarorpamax
«PETNpPEe3eHTATUBHOI0» PO3YMHY BUKOHYIOTHCS BUMOTM BUIIPOOYBAaHHSA HAa YUCTOTY
mika. OTxe, MeToauKa crerudivna.
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DADT A, Sig=273 .4 Ref=360,100 (CEFUROCZE010504.00

12.140

Pucynox I1.2.2. XpoMarorpama «penpe3eHTaTUBHOT0» PO3YMHY Ha KOJOHII 1

DADT A, Sig=273,4 Ref=360,100 (CEFURCC\02020531.0)
Norrr. ]

9T cefar
34345

Pucynok I1.2.3. XpomaTorpama «pernpe3eHTaTUBHOI0» PO3UHMHY Ha KOJIOHII 2
I1.2.4.3. CTalijbHiCTH PO34YMHIB y Yaci

Po3paxyHok BMICTY JOMIIIOK Y CBIKOIMPUTOTOBAHOMY BUIIPOOOBYBAaHOMY PO3YMHI 1
yepe3 Oroa micAs MNpUrOTyBaHHsS TipeactaBieHnit y Tab6m. [1.2.1. Twunosa
XpoMarorpama mnpezacrasieHa Ha Puc. I1.2.4.

Taomumsa [1.2.1

PesynpraTn BUBYEHHS CTaOUTBHOCTI BHUMPOOOBYBAHOTO pO3YMHY B yMOBax
cnerudikamii (cepemHs IUIoma TMika MePypoKCUMYy 13 XpoMarorpaM pPO3YHHY
nopiBHsHHSA (¢) = 230.1)

Bunpobosysanuii po3uun ceisconpucomosanuil
Yac Cepenns mioia BwmicT nomintku, % 1o cepenHboi ot
yTPUMYBaHHSI, niKa JTOMIIIKA niKa HeQpypoKCUMy 13 XpoMaTorpam

XB PO3UMHY MOPIBHIHHS

1.1 1.48 0.01

1.3 1.32 0.01

1.7 0.64 0.00

1.9 4.06 0.02




2.3 3.22 0.01
2.8 8.06 0.04

3.3 (momimka A) 14.59 0.06
5.7 10.34 0.04
8.9 9.42 0.04
10.2 2.95 0.01
12.3 30.74 0.13
14.4 3.66 0.02

Cyma goMilIoK 89.75 0.39

Bunpobosysanuii pozuun uepes 6 200 36epicarms
UYac yrpumyBanHs | Cepenns Bwmict nomimku, % 110 | Dif(stab) | <
JIOMIIIIKH, XB IUIOIIA M1Ka CepeaHbOT TUIOIIII MiKa 0.07 %
JOMIILIKA uedypokcumy i3 | SDif{stab) | <
XpOMATOTpaM PO3HHHY 021 %
TIOPIBHSIHHS
1.1 1.40 0.01 0.00
1.3 1.71 0.01 0.00
1.7 0.54 0.00 0.00
1.9 4.02 0.02 0.00
2.3 10.91 0.05 0.04
2.8 8.79 0.04 0.00
3.3 (momimika A) 42.82 0.19 0.13>0.07

5.7 9.47 0.04 0.00
8.9 9.73 0.04 0.00
10.2 2.56 0.01 0.00
12.3 31.59 0.14 0.01
14.4 3.80 0.02 0.00

CyMa TOMIIIOK 126.30 0.55 0.16 <0.21

Sk BUIHO, BMICT 1HAWBIIyaIbHUX JOMIMIOK 1 IX CyMH Y BUIPOOOBYBAHOMY PO3UYHWHI
yepe3 O6TOA 3MIHIOETbCS B JIOMYCTUMUX  MEXKax, TOOTO  3aJ0BOJIbHSE
cuniBBimHOEeHHS (5.7). Bukmouennsm € gomimka A nedypokcumy  (dac
yTpuMyBaHHs 3.3 XB), AN AKOi CHiBBIAHOIICHHA (5.7) He BUKOHYeThcs. OpHaK 3a
Takoi yMOBM il  BMICT  3aJMIIAETbCS  MEHIIE  KPUTHYHOIO  3HAYEHHSA
criBBiHOIIEHHS (5.2) it Mexi KuibkicHoro BusHaueHHs (QL <0.32 %). Cyma
JOMIIIOK 4Yepe3 6 roJl TAKOXK 3aMIIAEThCS B JOMYCTUMHMX Mexkax crenuikaiii
(£3.0 %), Tomy 30UIbILIEHHS BMICTY JOMIIIKA A Yy BUIPOOOBYBAaHOMY pPO3YHMHI 32
JOCHIDKYBaHUM MPOMIKOK Yacy He MOIJIo O BIUIMHYTH Ha MO3UTHBHUN BHCHOBOK
PO SIKICTh Mpenapary Mmij 4ac pyTUHHOTO KOHTPOJIIO. AJle SIKIIO BMICT JOMIIIKU A B
npenapari nepesuiiryBaB 0u 0.32 %, TO He BUKIIOYEHO, 110 yepe3 6 roj 30epiraHHs
pO34MHY, Ipenapat Ou He BiANOBIAaB BUMOTaM crerudikarii.
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Ha mincraBi BUKIaAeHOTO BHUIE B METOAUKY crerudikamii 0yio BHECEHO BKa3iBKY
rOTyBaTH BUIPOOOBYBAaHUN PO3YMH ISl BUNMPOOYBAHHS HA CYMPOBIJIHI JOMIIIKH
Oe3nmocepeIHbO TIEepea  XpomaTtorpadgyBaHHSM, 100 BUKIIOYUTH MOXKIHUBICTH
HAKOMWYEHHS JOMIIKA A B PO3YHHI.

DAD1 A, Sig=273,4 Ref=360,100 (CEFUROC\28010550.0)
Norm. ] 8
] 8
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Pucynok I[1.2.4. TumoBa xpomarorpama BHUIIPOOOBYBAaHOTO PO3YMHY, OACpKaHA IIif
Jac TMEpeBIpKH CTaOLILHOCTI BHUIIPOOOBYBAaHOTO PpO3YMHY B YMOBax
METOJUKH crierudikarmii

PesynbraTi mociipkeHHs CTaOUIBHOCTI CBITYATh MPO 3HAUYHY HEOE3MEKy OTpUMAaHHS
HETaTHUBHUX I0JI0 BMICTY JOMIIIKH A pe3yJbTaTiB 32 PaXyHOK PO3KJIaay mpenapary
B IIPOIIEC] aHATI3Y.

Jlig Toro mo6 3’scyBaTy, YA MOKE L€ MPU3BECTHU /10 HEMPABUIIBHOIO BUCHOBKY IIPO
AKICTh Ipenapary, HaMH OyJau 3MOJEIbOBaHI YMOBH, 3a SIKMX 1€ 1HTEHCHUBHE
HAKOIMWYEHHSI JOMIIIKU A 1nedypoKcuMy: KIMHaTHa TeMIliepaTypa aBTOCaMILIEpa,
TeMIrepaTypa KojaoHku 35 °C, BMICT alleTOHITpHUITy B pyXxoMii dasi 3 %.

VY Tab6n. I1.2.2 Hagaauii po3paxyHOK BMICTY JOMIIIOK Y BUNPOOOBYBAHOMY PO3UYHWHI
— CBDKONPUTOTOBAaHOMY 1 yepe3 2.5roa micias MPUTrOTyBaHHA. TuUMoBa
xpomarorpama HaseneHa Ha Puc. I1.2.5.

Taonuusa [1.2.2

Pe3ynbTaTi BUBUYEHHS CTa0LIILHOCTI BUTPOOOBYBAHOTO PO3UYMHY B YMOBAX
IHTEHCUBHOTO HaKOTTMYEHHS JOMIIKHU A (CepeaHs IuIola mka negypokcumy i3
XpoMmaTorpam po3urHy nopiBHSHHSA (¢) = 218.5)

Bunpobosysanuii po3uun ceixiconpueomogaruii

Uac yrpumyBanHns | Cepenns ronia Bwmict nominiku, % 10 cepeiHbOi IO
JIOMIIIKH, XB miKa JOMIIIKU mika 1eypoKkcuMy i3 XpoMatorpam
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PO34YHHY MOPIBHSAHHS
1.5 2.00 0.01
2.6 6.67 0.03
3.8 4.91 0.02
4.2 9.67 0.04
4.9 49.55 0.23
7.6 (momimka A) 145.84 0.67
9.3 18.82 0.09
31.5 23.21 0.11
38.0 27.04 0.12
Cyma JoMiloK 274.24 1.26
Bunpobosysanuii po3uun uepes 2.5 200 36epicanns
Uac yrpumyBanus | Cepenns BwmicT nomimku, % 1o | Dif{(stab) | <
JIOMIIIIKH, XB [UIOIIA TT1Ka CepeaHbOT TUIOIIII MiKa 0.07 %
JOMIIITKH neypokcumy i3 | SDif(stab) | <
XpOMATOTpaM Po3uuHy 021 %
MOPIBHSIHHS
1.5 3.87 0.02 0.01
2.6 11.02 0.05 0.02
3.8 4.93 0.02 0.00
4.2 8.54 0.04 0.00
4.9 91.67 0.42 0.19>0.07
7.6 (momimka A) 247.59 1.13 0.46 > 0.07
9.3 18.28 0.08 0.01
31.5 22.20 0.10 0.01
38.0 26.98 0.12 0.00
CyMa IOMIIIOK 421.45 1.93 0.67>0.21

Ax  BugHo 13 Tabm. I[1.2.2, 3MiHM BMICTY IHAMBIAyaJdbHUX JOMIIIOK Yy
BUNPOOOBYBAHOMY pO34YMHI depe3 2.5 roj 3HAXOMAThCA B JOMYCTHMHUX MeEXax
CriBBIIHOIICHHS (5.7) 7151 OLIBIIOCTI JOMIIIOK, KpiM JoMIIIKH A 1iepypokcumy (dac
yTpUMYyBaHHS 7.6 XB) 1 JIOMIIIKA 3 4acoM yTpumyBaHHs 4.9 xB. BogHouac 3miHa
CYMH JOMIIIOK 3a 2.5 TOJI TAaKOX BUXOJUTH 32 BUMOTH CIiBBigHOMEHHS (5.7), TOOTO
BUMPOOOBYBAHUN PO3YMH € HECTIHKUM TMpoTaroM 2.51oa 'y BHOpaHHX
xpomaTtorpapiyHuX yMOBaX.

BwmicT goMimku A BX€ y CBDKONPUTOTOBAHOMY pO3YMHI MEPEBULLYE KPUTHYHE
3HaueHHs (0.32 %) cmiBBigHomeHHs (5.2) aua QL. Ilicns 3akiHdeHHs 2.5 To1 micis
MPUTOTYBaHHS BMICT JOMIIIKK A TEpPEeBUINY€E TPAHUYHO JAOMYCTUMHUNA BMICT 32
cnenudikariero (He Oumpme 1.0 %), ToOTO mmijx Yac PYTHMHHOTO aHai3y IIiJl 4ac
KOHTPOJIFO SKOCTI TpemnapaTry CTOsJI0 OM MUTaHHSA PO HEBIAMOBIAHICTH BHUMOTaM
crienrdikari.
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DAD1 A, Sig=273,4 Ref=360,100 (CEFUROC\24010508.D)
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Pucynok I1.2.5. Tunoa xpomaTtorpama BUIIPOOOBYBAHOTO PO3YHMHY, OTPUMAaHA IIij]l
Yac MepeBipKU CTaOUTLHOCTI BUITPOOOBYBAHOTO PO3UMHY 3a KIMHATHOI TeMIlepaTypu
aBTOCaMILIepa 1 TemrepaTypu TepmocTara KooHku 35 °C

Pesynbratn nocnimkens crabuibHocTi (Tao6m. 11.2.1-11.2.2) HaoyHO mOKa3yOThH
0e3rJIy3[ICTh 3HAXO/KEHHS B LIbOMY BHUMAJKy ICTUHHUX 3HaueHb DL 1 QL — ui
BEJIMYMHI € HEIOCSHKHUMHU 3 TPUYMHU PO3KIany nedypokcuMmy i1 HakOMMYEHHS
JOMIILIKK B yMOBax aHaiizy. BogHodac 3anmpornoHOBaHUM MiAXijA, SKUH IPYHTYETHCS
Ha MIATBEPKEHHI BiAnoBiAHOCTI DL 1 QL TpaHWYHO JONYCTUMHM 3HAYEHHSIM
(cmiBBigHOMIEHHS (5.1-5.2)), MO3BOJIsIE KOPEKTHO OILIIHUTH SKICTh MIPOAYKIITi.

11.2.4.4. JliniiigicTh

O1iHOBaHHS JIIHIKHOCTI TPOBOJUTHCS BIAMOBIIHO JO CXEMH, OIMKMCAHOI paHilie B
po3aim 4.4.3. Pesynbratu HaBeneni B TaOm. I1.2.3, perpeciiina npsma — Ha
Puc. I1.2.6. Kputepii — nus. po3min I1.3.1.3.

Sx Buano 13 Ta6x. I1.2.3, y HamomMy BUMAAKy BUKOHYIOTHCSI BAMOTH JI0 IapameTpiB
JTHIAHOT 3aJEXKHOCTI, TOOTO JIHIWHICTH METOMWUKH MATBEPIKYETHCI B yCHOMY

miana3zoH1 KOHIeHTparii 25-125 %.
Taomuosa [1.2.3

Memponoziuni xapaxmepucmuku ainitiHoi 3anexcnocmi Y =b X X + a

Hazpa 3HaueHHA Kpurepii (MakcuManbHO AOMyCTUMA BucnoBok
BEJIMYUHU HEBU3HAYEHICTh PE3yJIbTaTIB aHAJI3Y (BiamoBigae uyu
5 %; uncno To4ok 9 y nmiamazoni 25- Hi)
125 %)
b 0.981 — —
Sp 0.0069 — —
a 1.28 (1)<1.89 xs5,=1.07, BIZIITOB1A€ 3a
(2) sikmo He BUKOHyeThed (1), To < 2.1; KpuTepiem (2)




12

Hasga 3HavYeHHS Kpurepii (MakcuManbHO AOMTyCTUMA BucHoBok
BEJIMYMHHU HEBU3HAYCHICTH PE3yJIbTATIB aHAIIZY (BimmoBigae uu
5 %; uncno To4ok 9 y miamazosi 25- Hi)
125 %)
Sy 0.57 — —
S, 0.78 <2.6 BIJIITOBIIA€
7 0.9998 >0.9976 B1JIIOB11a€
140
] P
120 -
100 /l/
o ///// = B
s ] e Residual
O 604 7
S ./.// — Data1B
©
T 404 / UCL
] LCL
./
20
04 T T T T T T T T T T T T 1
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BBegeHoO, %

Pucynox I[1.2.6. JlinifiHa 3aJeXHICTh IUION] IIKIB MEPYPOKCUMY TIIPOXIOPHUIY
(3HarigeHo y % M0 BIAKIHMKY [eQypOKCMMY B PO3YMHI TOPIBHSIHHS) BIJ
KOHIICHTpAIlii MOJACIBbHUX pPO3YMHIB (BBEACHO y % 10 KOHIIGHTpaIlii
PO34YMHY MOPIBHAHHS) Y HOPMaJIi30BaHUX KOOpAUHATAX

I1.2.4.5. 301KHICTB | MIPABUIBHICTH

OuiHroBaHHS 301KHOCTI 1 MPAaBUIBHOCTI NPOBOJUTHCSA BIAMOBIIHO IO CXEMH,
onucaHoi y posaun 4.4.1-4.4.2 1 cmiBBigHOWIEHHAM (5.6), a TakoX KpUTEPIiB
pozainy 11.3.1.3. Pesynsratu HaBeneni B Tab. I1.2.4.

3 Tabn. [1.2.4 BumHO, IO METOAWMKA aHANI3y XapaKTEPU3YEThCS MPHHUHATHOIO
30DKHICTIO 1 MPAaBWIBHICTIO B YChbOMY Jlana3oHi KOHIeHTpatii 25-125 %.

Taomunsa [1.2.4

PesynbraTu ananizy MojeabHUX cyMiiiei 1edypoKCuMy HaTpi€BOT COJIl 1 iX
CTAaTUCTHYHA 00poOKa (BUKOPHMCTaHi KpUTEpii po3ainy 4)
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Ne | Teopernu | Konnentp | Beeneno B | Cepenni | 3HaiineHo B | 3HAMIEHO Y
Mojen | Hi aris % no TUIOIII % 1o % no
BHOTO | KOHIICHTD | PO3YHMHIB, | KOHIIEHTpa | mikiB (S | BIIKIUKY BBEJICHOTO,
po3um | artii MT/T i =212.95) | uedpyporcum | Z; = 100 x
Hy |po3umHiB, | (C = pPO3YnHY y Bposunni | (Y;/X), %
Ximeop, Yo | 0.3952) MOPIBHSIHH MOPIBHSHHS,
1, Xi gawm.» Y., %
%
1. 25 0.1012 25.66 55.50 26.06 101.81
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2. 25 0.0971 24.62 52.70 24.75 100.77
3. 50 0.1804 45.66 97.85 45.95 100.64
4. 50 0.1955 49.59 107.78 50.61 102.32
5. 75 0.3006 76.44 164.23 77.12 101.39
6. 75 0.3005 76.21 161.81 75.98 99.95
7. 100 0.4002 101.77 217.63 102.19 100.92
8. 125 0.5045 127.33 268.23 125.96 98.67
0. 125 0.5048 127.41 266.60 125.19 98.02
Cepenue, z , % 100.50
BigHocHe cTangapTHE BiIXUJIEHHS, S-, %0 1.41
BignocHuii noBipunii iHTEpBaI 2.62
A% =195 %,8) xs.=1.86 xs,=
Kputnune 3naueHHs 11t 301KHOCTI PE3yNbTaTiB Apyp, Y0 < 5.0
CucremMaruyHa Moxuoka o =| z - 100| 0.50
Kpurepiit He3HaUyMIOCTI CUCTEMATUIHOT TOXUOKHU
1) 65A/3=2.62/3=0.87; BUKOHYEThCS
SIKIIIO HE BUKOHYETHCS 1), TO
0<50x032=1.6 BUKOHY€TBCA
3arajJbHUIi BACHOBOK IPO METOAMKY: | KOPEKTHA

11.2.4.6. Mexka KIJILKICHOTO BUZHAYEHHA 1 MeKa BUSIBJICHHSA

Po3paxyHOk Mexi1 KIJTbKICHOTO BHU3HAYE€HHS 1 MEX1 BUSBICHHS

HABECJICHUN Y

Tabn. I1.2.5. OmintoBaHHS MPOBOJWIIN BIJMOBIIHO 1O CIiBBigHOIIEHD (4.19-4.20) 1

kputepiiB (5.1-5.2) 1 [1.2.1.3.

Taomuos [1.2.5

Sq OL, % Kputnune DL, % Kputnune
3HAYCHHS 3HaueHHs [0,
st OL, % %
0.5652 5.7 32 1.9 10

Sk BugHO, po3paxoBani 3HaueHHS DL 1 QL 3Ha4HO HWKYE KPUTHYHMX 3HA4eHb DL 1
QL, 1110 € 10Ka30M KOPEKTHOCTI KOHTPOJIIO IOMIIIOK 32 JOTIOMOTOIO 111€1 METOUKHU.




	П.2.1.2. Кількісне визначення

