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HoBas koHuenuusa npomMbiwneHHbIXx AMP-aHann3aTtoposB

AMP cnektpomeTp PicoSpin-45
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Cnektpbl AMP 1H obpasua an3enbHOro Tonnmea Ha paboymx YyacToTax

45 MI'y, (BepxHuin) n 600 MIMy, (HXKHUR).
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Pa3paboTka TexHonornu
3KoaHanusa B HedpTeXMmMmumn

O61LeKTbI Hedtb
dpakuunm
[MpoayKTbl BTOPUYHOW rnepepaboTku
OT1xoabl HePTEXMMUYECKOIO CUHTE3a

MeTopn, KonnyectBeHHana cnektpockonusa AMP
YHuKanbHble 0CODEHHOCTN MeToaa

[TepBUYHbBIN METOL KONUYECTBEHHbLIX N3MEPEHNN
be3atanoHHOCTL

[Mpeun3noHHOCTb

ALJanTupyemMocTb K NPOMBbILLSIEHHON annaparype
bBeCcKkoHTaKTHOCTb

HeOoecTpyKTUBHOCTb
YHunBepcarnbHOCTb
NHdpopmaTnBHOCTbL



OCHOBHbIe pelleHHble 3aa4u

Apantauma npeunsnoHHbIX  MEeToAoB onpeaeneHmsa 6e30nacHoOCTU W
kayecTBa He(PTENPOOYKTOB B CUIbHbLIX MArHUTHbIX NOMNSAX K 9KOHOMUYHOWN
cnabononbHon annapartype AMP 1H.

Ontummsauus metoaukm ASTM 5292 onpeoeneHna apomMaTUYHOCTU
HedTenpoayktoB KC AMP 13C wn pa3spaboTka HOBOW MCKITHOYUTENTbHO Ha
ocHoBe KC AMP 1H.

CosgaHune akcnpecc-metoga AMP H onpegenenus dpakUMOHHOIO
cocTaBa HeddTw.

CosnaHnue yHuBepcanbHoro metoga AMP H onpegenenus pparmMeHTHOro
pacnpeneneHns atoMoB BoAOpoAa B HEPTU N HedpTeENPOAYKTaX.

MpumeHenne metoga AMP H gna MOHMTOpPMHra nNpoLeccoB CUHTE3a
HOBbIX aHTUOKCUOAHTOB, buogerpagaunu HedoTe3arpA3HEHNH,
nepepaboTkn 0TX040B NPON3BOACTBA Kay4yKOB.



PernameHT REACH

REACH - pernameHT no xumumdeckmm BewlectBam Ne 1907/2006,
obasaTenbHbIN ANg BCeX CTpaH-4neHoB EBponenckoro cotosa (BeegeH 1
nioHs 2007 roga). dencteue pernameHta REACH pacnpocTtpaHsaeTca Ha
€BPOMNENCKMX NPOM3BOAUTENEN XMMUYECKMX BELLECTB, a TaKke
MMMNOPTEPOB, OCYLLECTBAKLLMX BBO3 BELLECTB Ha Tepputopuio EC.

Lenb peznameHma REACH - obecneyeHne BbLICOKOrO YpPOBHS
OXpaHbl OKpyxatouwen cpenbl Ha Tepputopum EC ©n noBbilWEHUS
KOHKYPEHTOCNOCOOHOCTb XMMUYECKOW npombliwneHHocTn EC 3a cuer
BbICOKMX TpeboBaHu 6e30nacHOCTM U CTUMYNMPOBAHMA pa3paboTKu

NPOAYKLMMN.



ApPOMaTUYHOCTDb

ApomMamu4HOCmMb — OTHOCUTENBLHOE

cogepkaHne apomaTnyecKkmux aToMoB
yrnepoga (Cap) B yrnesogopoaax Cal
(f=Cap/> C).

CHCI,

EAQVHCTBEHHbLIM NPAMOU METOA

namepeHusi Cap - Konm4yecTBeHHas
cnektpockonua AMP 13C.
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Metoa ASTM D5292 «Standard test method
for aromatic carbon content...» W ero
HecoBepLleHCTBaA

*3HaunTeNbHblE  3aTpaTbl BPEMEHM U BbICOKAsi  CTOMMOCTb
KONMMYECTBEHHbIX M3MEPEHNI BBUAY Manoro npupoaHOro cogepXXaHus
nsorona 3C (1,1%) n HM3kon yyBcTBUTENBLHOCTM AMP 13C;

*HeKkoppeKkTHbIM  KpUTEPUN oOnpeaeneHns 3HadeHus curHan/lym B
cnekTpe 13C;

«3aBbilLEHHOE BpeMS 3aAepXKkn npu pernctpauum cnektpa AMP 13C;

« HeobxogumocTb peructpauun gononHutenbHo cnektpa AMP H npu
NHOW KOHLEHTpauMn aHanura,

*Bbicokass gonyctMmasi norpewHoCTb BOCMPOM3BOAMMOCTUM METOAUKMK
(4% Ons ogHOro n3MepeHuda U3 gsaguatu );

*HeBO3MOXXHOCTb peanu3aunn Ha cnektpomeTtpax AMP 1H;
10



OnTuMmunsauuma metoaukm ASTM D5292

Ncnonb3oBaHne eguHoro obpasua ana cnektpos AMP *H n 13C

OnTnmmnsaumng npobonoaroToBKK 7 aKCnepuMeHTanbLHou
npouenypsl peructpauunn cnekrpos AMP

CokpalleHne BPEMEHMN IKCNEPUMEHTA

[ToBbILLEHME HAOEXHOCTU pe3ynbTaTOB W  YMEHbLLUEHNE KX
NorpeLuHoCTemn
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Cnektp AMP ‘H au3enbHoro ronnuea
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13C n 1H apomatn4HOCTb pa3nuU4HbIX

HedTenpoayKTOB

O0pa3zernn Hanmenosanue Cap| Hap Ha, Hp Hy| Cap’ | ACap| ACap (1) | ACap (2)
1 AT 9130| 27| 76| 600| 297] 131| -01 33 15
2 bemsun | p5| 12| 29| 497| 462| 37| -1,2 -1,9 2,8
3| BaxyymHblidrasownk | 294| 47| 102| 61,0 241| 218| 06 5,8 -3,3
4 AT 171| 39| 88| 581 292| 17,7| -06 3,3 -1,0
5 bemsunrasosbiii | 101| 28| 30| 52,0| 422| 102] -01 0,0 1,9
6 bersun AU-80 | 187| 47| 88| 440| 425| 180| 07 2,1 04
7 ATV 174] 30| 84| 580| 306| 175| -01 3,6 -1,3
8 Tormo nevnoe | 938| 34| 78| 582| 306| 154| -1,6 18 0,4
9 Masyr| 324| 74| 150| 59,0| 186| 336] -12 6,2 -4,2
10 Iympon | 280| 54| 125| 67,0| 151| 26,7 13 8,7 -6,2
11| BakyymHbmirasown | 294| 41| 105| 680 174| 211| 13 7.8 5,4
12 | AtMocdeproe TommuBo | 169| 31| 75| 70,8| 186| 166| 03 5,8 -3,8
13 AT| 194| 39| 86| 670 205| 195| -01 5,3 -3,0
14 Tonnmso nearoe | 181| 55| 37| 344| 564| 174| 07 1,7 4,1
15 Tasopblfi koHpencar | 23| 07| 07| 539| 447 16| 07 -0,2 0,7
16 T'asoBbifi koupencar | gg| 22| 28| 594| 356| 91| -03 1,0 0,6
17 Kepocun | 115| 23| 67| 557| 353| 104| 11 3,3 -1,6

Cap=-0.115(+0.024)+3,766(+0,338)Hap+0,407(+0,169)Ha+0,188(+0,042)HB 13
R? =0,985 S=0,009




Metoa ASTM D4808 «Standard Test
Methods for Hydrogen Content...» 1 €ro
HeCcoBepLleHCTBa

Pa3paboTaH ang aHanmaaTtopa KOTopbIn He NPOU3BOAUTHLCS
oonee 10 ner

[TpnbOpLI TAKOro Kracca o4eHb YYBCTBUTENbHbI K UBMEHEHUIO
OKpYyXxatoLlen cpenbl

TpebyeTca cnoxHasa npouenypa noarotoBkn obpasua u
cTaHpapTa, cocrToswen n3 12 nocrnegoBartefibHbIX 4ENCTBUN

[Tony4yeHune pesynbTaTta ana ogHoro obpasya Heobxoanmo
3aTpaTuUTb HE MEHee Yaca.
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CnekTtp AMP 'H BakyyMHoOro rasomnns

(Al+ A3) , M>m
Mnun

Hun,% = Hom%™*

e .

ry =
i/ ]
>

c. |

an ||




OnpeneneHne opakUMOHHOIO
cocTaBa HedbTH

®,— ppakumsa H.k. - 200 °C |

®,= -125(+15) — 3694(+626)Hapk + 1405 (+136)Hapm+808(+225)Ham + 376(+28)Hm
R2=0,989

®.,— dppakumsa H.k. - 300 °C

®,=-75(x16) — 5010(x676)Hapk + 1400(147)Hapm + 893(243)Ham + 304(x31)Hm
R?=0,976
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B3anMocBA3b npenckasaHHOro u
pacCYMTaHHOro 3Ha4YeHUu coaepxaHus

cdpakumm H.K. — 200 °C
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B3anmocBA3b npeackazaHHOro u
pacCYMTaHHOro 3Ha4YeHUAa cogepxaHus
dpakumm H.K. - 300 °C
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CpaBHeHue metogoB AMP 1H n TOCTP
2177 aHanun3a ppakyMOHHOro cocrtaBa

HedTH

[OCT AMP
MpobooTbop + -
YyacTtume onepaTopa + -
N NnTeNbHOCTb 3KCNepuMeHTa, MUH ot 30 no 3
Ncnonb3oBaHMe peareHToB + .
YTnnmsauyma npobol + -

[lepeognyckn | HenpepbiBHO

[lpoBegeHMe aHanM3a
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MOHUTOPUHI NpoueccoB buoaerpagaunm
He(PTAHbIX 3arpsA3HeHUNn

MOoHMTOPUHI NpoLeccoB buoaerpagaumm HePTAHbIX
3arpsisHeHun metogom KC AMP 1H anpobupoBaH ¢
NCnosfb3oBaHMeM npenapata «bnopocy, NPoMbILLSIEHHbIN

BbINyck KoToporo obin HavaT B 2014 roay 3A0 «besonacHble

TEXHOJIIOTNN».
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MOHMTOPUHI Npouecca O4YNCTKN NOYBLI

9,0-7,3 m.1 7,3-6,6 M. 1 3,0-2,4 M. 2,4-2,0 m.12,0-1,0 M. 1 1,0-0,5 m.1
3 ey 100,0 100,0, 100,0 100,0 100,0 100,0
6 oy 100,0 100,0, 100,0 96,4 90,9 94,4
9 eyt 100,0, 100,0, 100,0 85,7 88,0 90,7,
12 cyn 100,0 100,0 100,0 85,7 87,7 88,3
15 cyn 100,0 100,0 100,0 85,7 81,1 88,3
18 cyr 66,7, 100,0, 100,0 82,1 68,4 70,6
21 cy1 66,7, 100,0 100,0 82,1 68,2 70,1
120,0
100,0
80,0 — — — —
9,0-7,3
60,0 . 1 —_1 1 —_1 —_ M.ﬂ.- '_"HI
2,0-1,0 m.A.
40,0 +— — — — — —
1,0-0,5 m.4.
20,0 4 — — — — _ — Pan3
0,0 . . : : :
3cyt 6 cyT 9 cyt 12cyt  15c¢cyt  18cyr 21 cyr



JKONnormyeckme acnekTbl yTunusaumm
HEeKOHOMLMOHHBLIX Kay4yKoB oOLiero
Ha3Ha4YeHus

‘ > - = > - .IJ._";AKJ LL.|\ W —
Cnextp SIMP H skuzmkoro mpoaykra Cnekrp SIMP 'H skumkoro mpoaykra
TepMokpeknnra kayayka CKH-3 TepMOKpeknHra kayuyyka bCK
- BBICOKOTaHOBasi OEH3MHOBAs (paKLus -nu3eNbHas ppakuus
U3on peHOBbIﬁ Kay4ykK ByTap,MeH-cm pOﬂbeIVI Kay4ykK
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Ucnonb3oBaHue npotovyHoro AMP 'H B
NPOMbILUSIEHHOCTH
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SIMP 'H B AHAJIM3E JIEKAPCTBEHHBIX CPEJCTB e:_g
N BUOJIOT'HYECKHU AKTUBHbLIX TOBABOK

AR —> CKPAHUHT
v v
PACTBOPEHVE — 4 uELlwchAum ;
/
"H AMP
KOSIMYECTBEHHbIV AHAJIA3
v
9KCMEPTHOE 3AKIOYEHVE
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Macc-cinexktp 1APT npenapara «bucenroun
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O0bem npoga:xx bA/Il B Poccuu 3a 2015 rop ¥l
[«Poccuiickuii pvinox BA/]», 2016, Nel(6)] S -.:_:_,-

B CToMMOCTHBIM 06berm, MnH, pyb.

DHartypansHblia 0b6bem, MAH. YN

2014 2015
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MeToabl nACHTU(PUKALIMA U KOTUYECTBEHHOTO
onpeaeciieHUs: OMOJIOTMYECKU aKTUBHBIX BEIIECCTB
PACTUTEIBHOIO MPOUCXOKICHUSA

Poccusi: T'ocynapcrBenHas papmakornes: Poccuiickoit @enepanuu M3nanue Xl
Nnentudukanums: TCX
KonnyecTBEeHHOE ONpeAeACHUE: CIEKTPOPOTOMETPUS

CIIA: United States Pharmacopeia 38
Unentudukanus: TCX, BOXX/YO
KonnuectBeHnHoe onpeaenenue: BOXX/YO

EBpona: European Pharmacopoeia
Nnentudukaius: TCX, BOXX/YO
KonnuectBeHHoe onpenaencHue: BOXX/ YD
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Crnexkrpockonus SIMP ‘H

IIpenMyiecrBa:

- [Ipocras npoOONOAroTOBKA;

- Bocnpou3BOAMMOCT®;

- OTHOCUTENILHOE U aDCOIIOTHOE
KOJIMYECTBECHHOE OIPEIACIICHUE
BAB;

- [ I[peun3uoOHHOCTS;

- becctaHnapTHBIK METO.

HenocraTku:

- [loHM>XKE€HHAsA 9yBCTBUTEIIBHOCTD MIPH
UJICHTU(UKAITU MUHOPHBIX
KOMIIOHCHT;

- PacnipocTpaHeHHOCTD anmnapaTrypsl (B
PD).

29



. S ==
HoBbIN MOAX01 K ONPEaeJICHUI0 COMCPKAHUSA “\'3
(pJIABOHOIVIMKO3UI0B B PACTUTEJIHHOM ChIpbe

mMeToaoM crnekrpockonuu SIMP 'H
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O0nacTi XMMUYECKUX CABUTOB MPOTOHOB S-OH
pPa3HBIX rpynn (PIaBOHOUIOB

13.3 13.2 131 13.0 12.9 12.8 12.7 126 125 12.4 12.3 12.2 12.1 12.0 11.9 11.8 11.7
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['urkro 6mnoba (Ginkgo biloba) —Haunbonee & &=
MO YJIAPHBIN IIPUPOIHBIN HOOTPOII

BA/lp1, Bustonue Ha (QyHKIUU
IIEHTpaJIbHOM HEPBHOM cucTeMbl — 4
347,8 man. py6. (7,0% ot cymmbI
npoaax BA/I B Poccun) 3a 2015 rox;

[IpemapaThl Ha OCHOBE PKCTPaKTa
JHUCTheB I MHKTO OMITI00a —

160,87 muan. pyo. (3,7% ot npogax
BA/JloB, Bnustomux Ha (PyHKIMU
LEHTPaJIbHOW HEPBHOW CUCTEMBI) 3a
2015 ron.

[«Poccurickuii puinok BAJ[», 2016,
Nel(6)]
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IIpuMepHbIe TPEOOBAHUSA K
CTAHAAPTU3UPOBAHHOMY IKCTPAKTY T'HHKI0
ou100a

[T.A. van Beek, P. Montoro// J. Chromatogr. A. 2009. V. 1216. P. 2002-2032].

OnucaHue Kopu4yHeBbIN NOPOLUOK c
XapaKTepPUCTUYHbIM 3anaxom
UoeHTudUukaumus 3eneHo-KOpMYHEBbIX LBeT nocrne

nobasneHne FeCl; Kk 0.1%
pacTBopy B CMecu 3TaHon:BoAaa
(1:1)

Taxenble MeTannbl

He 6onee 20 m.A.

MbiWbAK

He 6onee 2 m.A.

TMHKroneBble KUCNOTbI

He 6onee 5 m.4. (BIOXX/YD)

MoTeps npu BbiCcylUMBaHUN

He 6onee 5.0% (80°C, BakyymMm)

CopepxaHue 30nbl

He 6onee 1.0%

CymmapHoe cogepxaHue @I

He meHee 24.0 % (BIXX/YP)

CymmapHoe copepxaHue TTJI

He meHee 6.0 % (BIXX/PM) 33



OCH;

OH

Crpykrypnuble popmyani: 1) kpepueruna (R=0H), 2) kemndepoaa (R=H), 3)
nzopamuetuna (R=OCH,), 4) 6unodanuaa, 5) runkroaunga A (I'A) (R’=H, R=H),
6) runkroauaa B (I'b) (R’ =0OH, R = H), 7) ruakroauana C (I'C) (R =0H, R =
OH), 8) ruakroauaa J (I'J) (R’ =H, R = OH), 9) ruaKr0/IeBBIC KUCIOTHI
(R=C3H,,(C13:0), C;sH4,(C15:0), C;cH,(C15:1), C;H45(C17:1) umm C;H4,(C17:2),

10) rHHKTOTOKCHH. 34



1 R;=OMe; R,= OH; R;=OMe
2 R;=H; Ry=OH; Ry= OMe
3 Ri=H;R,=OMe; Ry=H

i3 R=

H OH
M—@ 32 R=0OMe
o H H
H

0
HO Q

= )i e 34 R=OH
(o]
notaC o]
H

H
19 R=H 22 R,=OMe; R,= OH; R;= OMe
20 R=O0H 23 R;=H;R,= OH;R;=OMe 25 R=H
21 R=OMe 24 R,=H; R;= OMe; R;= H 26 R=Me

[Liu X.G., Wu S.Q., Li P, Yang H. Advancement in the chemical analysis and quality control of flavonoids in 35

Ginkgo biloba // Journal of Pharmaceutical and Biomedical Analysis. 2015. V. 113. P. 212-225]



UccaenoBaHHbIe 00pa3ibl

|. BAJl «I'mnkro 0ms1o0a»;

I1. JIC «I'uHKrOyMmM»;

[1l. BAl «OcTtpym» (6ce — npodykuus 340 «eanapy, Poccus),

V. JIC «Tanakan» (IPSEN, @panyus),

V. BAJl «lonmmeasrepu aktuB I'makro buinooa+B1+B2+B6»
(QueisserPharma, I'epmanus);

V1. BAJl «bunoonay (KPKA, Crosenus);

VIIL.BA/Jl «I'mnkro omsoo6a» (OO0 «Hamypoghapmy, Poccus),

VIILBA «I'mnoc» (1140 «Bepogpapmy, Poccus).

IX. Cyxol 3KkCTpakT u3 JuctheB I unkro ounooda (340 «Iesanap).

36



Crextp SIMP H BAJ] «I'unoc» B IMCO-d6 u ero
BbIACICHHBIN (pparmeHT: 4 —bb, 5 —T'A, 6 —1B, 7

-I'C,8-T1.
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Cnexktp AMP H FAJ] «I'uHOC» B .
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T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T
135 13.0 125 12.0 115 11.0 105 100 95 90 85 80 75 70 65 60 55 50 45 40 35 30 25 20 15 10 05

f1 (ppm)
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CoJepkaHue TEPIEHOBEIX JAKTOHOB U S ==
(pI1aBOHOITIMKO3UIOB B IIpenapaTax TMHKro ominoda + \
Mpen | bb, | rA, | B, | rc, | | 2 TN, | 2 Th, | z Ol | O]

rJ, mr
apat Mr Mr Mr Mr Mr % Mr %

I 0,9 055 | 0,26 | 0,25 | 0,22 | 2,08 5,2 (10,45 | 26,1

1 098 | 065 | 0,28 | 0,29 | 0,17 | 2,36 59 (10,45 | 26,1

1l 043 | 043 | 0,27 | 0,16 | 0,06 | 1,26 6,2 5,35 | 26,8
IV 0,6 0,28 | 0,14 | 0,22 | 0,06 | 1,29 3,2 9,45 | 23,6
Vv 0,59 | 0,22 | 0,15 0,2 0,04 1,2 4,0 7,71 | 25,7

\4 0,95 | 0,38 | 0,23 0,4 0,17 | 2,12 5,3 [ 13,19 | 329

VII* 101 | 0,61 | 0,42 | 0,34 | 0,11 | 2,49 6,2 - -

VIl 045 | 0,22 | 0,24 | 0,18 | 0,03 | 1,02 26 |10,45| 26,1

IX 189 | 0,96 | 0,37 | 0,46 | 0,31 | 3,99 6,8 |[17.47 | 29.8

*Oopazeny VII B pactBoputene JIMCO-06 oOpa3syer CyCleH3WIO, 4TO HE MO3BOJSIET MOJIy4YEeHHE

criektpa SIMP H. TpencraBiensl pe3yasTarsl A1l pacTBOpa B aretone-dg. 39



dparment crekrpa IMP tH BAJl «['unoc» (A), ¢ e\%

noo6askoi kBepuetuHa 1,1 mr (b), ¢ nobaBkoi
pytuHa 4,7 mr (B)

\




CrpykrypHas ¢opmyna u cuexkrp IMP tH
CTaHJIapTHOTO o0Opaslia pyTHHA

..................................................................................................................................



Crexrp SIMP *H BAJ] «I'makro 6unoba» (BUC, &%,%
00O, Poccus) \

e w ) w0 = [ B B = . = - B = B B o« - - “ - - & e a0 e
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1
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dparment 5-OH cnexrpa SIMP *H BA ] «Vitrum
Memory» B JIMCO-d6

l.“M,. | ﬁ““qu,m”
“JMM'W“kh,”hﬁwl‘ﬁfﬁ!ﬂrﬁﬁmhflﬁ'}\m

12.8 12.7 12.6 12.5 12.4 12.3 12.2
43



CtpykrypHbIe hopMyJibl
(J1aBOJIUMTHAHOB PACTOPOIIIHA

CH,OH

e
T o o QL
QL @L

1 2
OH
@:O : OCH3
HO 1 cr,0H
OH of
4 5 6

1. Cumubun A; 2. Cunmubun b; 3. U3ocunubun A; 4. M3ocuimnbun b; 5. CUMkpucTuH;

6. 3ocunukpuctun; 7. Cunuananuy; 8. JIuruapoKBEepICTHUH. 44



Cnextp SIMP 'H BAJl «I"emaTpun» s-‘%
\

. MMMM’“'“M w
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OmnpeneneHns coaepkKaHusd CyMMBI (PIIaBOJIUTHAHOB B é-‘_

bA/l Ha OCHOBE 3KCTpaKTa paCTOPOMIIU MATHUCTOU
metogamu BOXX u crekrpockonuu IMP 1H

m 2 $Jlno B2 Mr 2 (IfI"_]II EHW SAABRITEH O
_ : TP OH 3B OOH TeTIeM,
HED('I EIT }HHG‘H MeTaHon M O-de T
«] elaTpHH 12,75 22,05 2551 20.0
€ IKCTpaKT 19.85 26 95 31,85 30,0
pACT OpOITIIH

1

2 " ogaT "1
=

15
1

05

1 ! 1 d I ! T 2 = 0 1 1= 17 14 = 1 T i it
Fesponas va . Acgqulzidon Tims min]

XpomarorpamMMsbl MO MOJTHOMY MOHHOMY TOKY U Y®-XpomMarorpamMel
obpasua «enaTpun» 46



MUHYC»

Crextp SIMP 'H BA]]
«Atepoxkiiepur»

JJ \-JJ.__J LL_,\thmaL_uu__/—'“/ A
WI 0 9.‘“ 3'0 \'.‘U ;'T Q‘U 4.‘0

A

v

Cnextp SIMP 'H BAJ] «AI-

|
I 1\
\\‘\\A‘u "wLJJwMU L\,
3. IU 2 Iﬂ lIU 0
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Cnextp SIMP 'H BAJ]
«BeHnokopcer»

Coextp SIMP 'H BAJ]
«Benapyc»

/\ \
U JI, ‘..JKAJQ_/‘U ML -_u‘ \ _A_,_L___/U \
o i) i) ] B i} b i) 1o «

o
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Cnektpockonus AMP 1H, ?H, 13C un 1’0 3‘3
KOHTpOMne NoanMHHOCTU U KavyecTBa b
BUHA. HoBbIN anroputm aHanusa.

Npobnema: [loka3zaTenbCTBO reorpacdnyeckomn, CbipbLEBOU
U TeXHONorm4eckom noarIMHHOCTU BUHA, roaa
npoun3BoacTBa

O61bekT: BMHO (BoAa, aTaHON, MUHOPHbIE KOMIMOHEHTbI),
BoAa cycna

Metoa: Cnektpockonusa AMP BbICOKOro paspeLueHus Ha
sagpax 'H, °H, 13C, 170

49



OCHOBHBIE SJJEMEHTBI OPTAHUYECKOI'O MHUPA

| DneMeHT H B N O S
OCHOBHOIA H ¥ 14N 90 .
nu3ororr, % 99.98 98.90 99.64 99.76 95.06
MUHOpPHBIH ’H N BN 70 3S
MarHUTHBIA 0.02 1.11 0.36 0.04 0.74
U30TOoIL, %
HN30TOIIHBIE PASBHOBUJHOCTH BOJbI
’H,'°0 | *H,'°0 [*H'H'0 |’H’H'°0
_2}12170 3H217O 3H1H17O 3SH2H0
2H2180 3H21'80 |3H]|H]?80 3}12}11'80

\
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COJEP KXAHUE N30TOIIA “‘H B HEKOTOPBIX
OBBEKTAX

v
1

!
~428 %00 -189,7 %0 Musts Wines
Water I l I I | l nl I-
SLAP ‘ GISP N.Canada | Stuttgart l SMOW Y“ADbidjan
89.05 ppm 126,2 ppm Alaska Nantes 155,76 ppm
I
C 3 Plant | ¥ EE K n ' ™
sterols terpenes  fatty cell cellulose rain | leaf
—— eid o
Cellulose L
€38 C4 ' CAM
|
Clichen ‘ — |
C4/CAM
)
Ethanol m B m ‘
3 C4 CAM Synthesis :
i
« PneneC3 N— ) H X [ | 7 -7
(6) (10) 8.9) (2 (4) (7) (3" (3)
40 pprr ' 184 ppm
’ 155,76
: % i 1 % = e
(O/H) ppm 90 700 170 120 130 140 150 160 170

51
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CIIEKTP SIMP “H 9TAHOJIA

CH,DCH,OH

CHoCHDOH f

-
CHsCH,0D
. \\_\_,_,w.__ AN A
[ ] ] T
¢ 5 4 3 2 . 1 0
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e

WINE

Geographical
origin

Concentrated
musts

@
f

|

MAJOR COMPONENTS

|
|
[
Geographical |
origin [
i ] !
1
Watering down | |
et 7/" |
!
|
—
St

f :
I ETHANOL ;
|
Deuterium |8 Carbon 13
| (O/H), R (O/H), (O/H) || (':‘C/""C)
b\ "
Enrichment | Enrichment C, ¥
Cs ;

Geographical
origin

A

Enrichment

MINOR COMPONENTS

GLUCOSE J

Deuterium
(D/H), (D/H)

Carbon
(lSC/WC)

| (nc/llc)

) | oo

Oxygen
(WO/IGO,

Carbon

QLYCEROL J
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HEJOCTATKHA METOIWKH SNIF-NMR

1. HeobxoammocTtb BBeaeHus Ao 30% od6bema BHYTPEHHero
cTaHaapTa (CHUWXeHue YyBCTBUTENbHOCTH)

2. Heob6xoanmocTb ncnonb3oBaHusa cnekrpometpoB AMP co
cTabunusaumen no sgpam 1°F

3. 3aBbllWEeHHble 3HAYEeHUA perlakcauMoHHOMN 3adepPXKu be3
UCNOJNIb30BaHUA penakcaHTa

4. Ucnonb3oBaHne «NMUKOBOW», a He UHTerparibHOU
WHTEeHCUBHOCTK curHanos °H

5. OnutenbHas npoueanypa ancTtunnsaummn 3taHorsia n3 BUHa
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‘% G534

PEAEPAJIBHOE ATEHTCTBO ITO TEXHUYECKOMY PETYJIMPOBAHUIO 1 METPOJIOTUA
[ocynapcTseHHsIit HayUHBIH METPOIOIHYCCKHN LIEHTP

OV «YpallbCKHE HAYYHO-HCCIe0BATEILCKUI HHCTUTYT METPOIOT HHY

CBUJETEJILCTBO

00 arrecTaiiiiy MeTOAMKHU BBINO7HE A H3MEPeH I

Ne 224.01.17.011/2006

MeToauKa BBITIOJHEHNs H3MepeH il  COACPIKaHMS ACHTCPH B IIPUPOIHBIX, MTUTHEBBIX BO1AN. BOIHO-
HAMMEHOBAK
OPraHUYCCKUX M OPraHMYECKHX pacTBOpax METOAOM CIIEKTPOCKOL

W MeToaa MJ\!;’]’)L_’HHE

H3NMEPACMOH BETHYHHBIL, 00bLKT:
{1 SIACPHOrO MarHUTHOTO PE30HAHCA,

I'OCYJAPCTBEHHBIV KOMUTET POCCUMCKON ®EIEPALN
10 CTAHIAPTH3ALIMM U METPOJIOT I

BCEPOCCUMCKUI HAYUYHO-UCCIENOBATEJILCKHI UHCTUTYT
METPOJIOTMYECKOM CJIYXBbI

CBUIETEJBCTBO Ne 105-05-99
OB ATTECTAIIMH

MeToauKH
BLINOJIHEHHs] H3MepeHHH colepKaHHsA NeHTepHA B BOXE,
BOAHO-OPraHHYECKHX H OPraHHYeCKHX pacTBopax MeTOAOM
CMEeKTPOCKONHH A1ePHOr0 MAarHHTHOrO pe3oHanca




OCHOBHbBIE OCOBEHHOCTH METOJOJIOI'U1 %
«AJIKOCKAH)»

. AHanu3s kpenkou (6ornee 30% 06. aTaHoOMNa) ankoronbLHOU
npoaykuun (All) metogom AMP °H npoBoauTtcsa 6e3 pekTucpukaumm

. AbcontoTHoe coaepxaHue °H B bparmeHTax aTaHona usmepsitort
0e3 fo6aBOK BHYTPEeHHero craHgapTa

. N3mepstoT nHTerpanbHble, a He MMKOBbIE MHTEHCUBHOCTMU
curHanos 2H

. KoHTponb npupogHoro pacnpegeneHus nsorona °H B monekynax
3TaHona 13 pasHbIX BUAOB CbipbsA AOCTYyNeH Tonbko metoay AMP
’H, yTO AenaeT ero NPUOPUTETHbLIM apOUTPaXXHBLIM METOAOM
AoKa3aTenbCTBa ayTEHTUYHOCTU U BbiiBrNeHus ¢ganbcucgpunkaTon
Al

. Ana waeHtTupnkauum npumecen, onpeaeneHusa cogepxaHms
3TaHoONna U BoAbl, fl0Ka3aTeNbCTBa ayTEHTUYHOCTUN BUH
perucTpupyroT konuyecteeHHble cnekTpbl AMP 1H, °H, 13C n 1’0
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6. YyscTBuTensHoctb metoaa AMP 'H no3Bonsier onpeaeneHue
copgepKaHuA NMObIX MUHOPHbLIX KOMMOHEHT Ao ypoBHsA MNOK 6e3
npoueanyp npodonoaroToBKU

7. Cnektpockonua AMP 'O ob6ecneunBaeT He3aBUCUMOE U TOYHOE
(0,5%) onpeaneneHune cogepxaHua B All ataHona, BoAbl, UHbIX
KOMMOHEHTOB 0e3 ux pasaeneHus

8. UHchopmaTUBHOCTL Konu4yecTtBeHHOro cnekrtpa AMP 13C
cnocoo6cTByeT MaeHTUPUKaALMM KOMMOHEHTHOro, hparMeHTHOro n
CTPYKTYpHO-rpynnoBoro coctaBa All, ooKka3aTenbcTBa UX
ayTeHTUYHocTu/thanbcucdpunkaummn. Metoa npuMeHUM AnNsa OpPyrux
BOAHO-3TaHOSMbHbIX 00BLEKTOB (napdromMepuns, KOCMeTUKa,
NleKapCTBeHHbIe U TeXHUYeCKue cpeancresa), oCob6eHHOo, B
co4yeTtaHum ¢ AMP H.

9. MeToauka peanu3oBaHa Ha cnektpomeTpe AMP ECA 600
LUMPOKOMNONOCHLIM AaT4ymMkom (obpasey d 10 mm) 6e3
MUCMNOoJib30BaHNUA KaHana crabunusauumm 53



CxeMa aHaaIn3a COKOB M AJIKOT0JILHOM
npoaykuuu meroxom SIMP °H

Cokt |——» depmeHTauma
BuHa |[—) Auctunnauusa

I

Boakm |——» WamepeHue nnotHoctu

n puro |
obpasyos ans AMP
F P’eruchpau'sa cnercrpo
[ AMP u ux obpabotka |
7 WHTepnpeTauus |
pe3ynbTaTtos ‘

CnupTbl
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U30TONMHBIE CIEKTPOMETPBI LIKII ‘?;%
(HOLl) PYIH \




INPEJACTABJIEHUE HEKOTOPbBIX
PE3YJIBTATOB

Becruuk PYJIH. Cep. Okonozus u 6ezonacnocme scusnedesmensnocmu. 2003, Ne7 1

NJIEHTUO®UKALMS CHIPBEBOM ITPUPOJIBI YTAHOJIA
METOJOM CHEKTPOCKOIIUY SIMP *H

I'.A.Kana6un', H.B.Kyﬂarm{az, P.C.PoikoB!', 1I0.11.Ko3a08',
,[[.CD.KyluHapeBz, A.B.Poxun’

!Poccuiiciui YHUGepcumem opyacbul Hapooos, IToooneckoe wocce,
8/5, 113093, Mockea, Poccus ’Hprymekuii 2ocydapcmeennbil
YHUGepcumem, yn. Kapna Mapkcea, 1,

664003, Hpkymcek, Poccus

OBeysAaloTes BOIMOIKHOCTH KOIMUECTBEHHOI criektpockonui SIMP *H B naeHTH HKALMM CHIPLEBOI NPUPOBI
3TaHoJa.

Bectuux PYJIH. Cep. Jxanoeus u 6esonacrocms ycusnedesmenvrocmu. 2003, Ne9 77

—————
———=T

e

HOBBIH AJITOPUTM HMIEHTHO®UKAITUN HATYPAJILHBIX
BHH I'PY3UH METOJAOM CIIEKTPOCKOITUH SIMP

[.A. Kana6uul, 10.1. Kosnos!, P.C. Pukos!,
H.B. Kynaruna?, 1.®. Kymuapes?, A.B. Poxuu?
I9Konoeuneckuii garyssmem, Poccutickuii yHusepcumem OpyxcGel Hapodos,

Ilodonsckoe wocce, 8/5. 113093, Mockea, Poccus

2Hpkymekuil eocydapcmeenpiii YHUgepcumem,
ya. Kapaa Mapxca, 1, 664003, Hpiymek, Poccus

OGcyxnaeTcs HOBBIY AITOPUTM MACHTHOUKAUMH NMOLTHHHOCTH TPY3MHCKHX BMH Ha OCHOBE KOJM-
YECTBEHHOW crieKTpockonuu SIMP.
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IIpumep cnexrpa SIMP 'H cyxoro kpacHoro Buna

T Inugepud 10,07 srivn

2 MeTanon 153 00 rrin

2 AxTapHan kcnoTa 8638, 67mrin
4 YroycHaa kuenoTa 512 72 mrin
5 MonoyHaa krcnoTa 828 28 mrin
6 2 3-Bytanguon 414 33 mrin

\ [ ‘ |
I\“u\ﬁ [ ‘ .‘J ]|| \ M !\L.'
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48 4T 46 45 44 43 42 41 40 30 31§ 37 36 25 34 33 21 31 30 29 28 27 6 25 24 23 1) 21 10 1% 1% L7 16 15 14 13 12 11 10 00 0B 07 04 05
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COJEPKXAHUE U30TOIIA “H B BOJIE BUH
PASJIMYHBIX PETUOHOB - 2003 r.

15

10 1

Poccus (Ky6ans) MoapaBus

3anaguas
Espona

-10 -

-15

63



L 1/
-V

COJEPKXAHUE U30TOIIA “H B BOJIE BUH C%

PASJIMYHbBIX PETMOHOB - 2017 r. \

KpacHoaapcKkuM

Kpau __

2 3 4 5 H | 7 g g 1 11 12 13 14

Z m =

c S 5

= g B

|| E o
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U3MEPUTEJBHAS SUEUKA J1JI PEFI/ICTPAI_II/II/]
CIIEKTPOB SIMP 'H, °H, 'O
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H,0 HO+e

0 -10 -20 M. .
Puc. 1. 7O AMP cnexmp. Cuenan'’0
uccnedyemom oopasye 600wl (a),
OMHOCUMENbHO CIAHOApmMa ¢ wugm-
peazenmom Eu(CF3S03)3 (cuenan (6)).

1000

| XM, CcOBMT,
30.00 ’ mM.a.

Pucynoxk 4

- 17
3aBHCHMOCTD [apaMarHuTHOI'O XUMHYECKOT O CABHTIa sijiep 0O BO
v 3
KOHIEHTpalMU HOHOB Eu’ B pacTBope

HDO

8.0 7.0 6.0 5.0 4.0

Puc. 2. 2H AMP cnexmp. Cuznan Oetimepus 6
uccnedyemom obpasye 600wl (6),
OMHOCUMENbHO CIMAHOAPMA ¢ WUPM-
peazenmom Eu(CF3S503)3 (cuenan (a)).

C(Eu™), Monb/n
XUM. ¢CABMW,

m.a.
6.700 -
y =-121.81x -0.0351
65.200
R?=0.0900 20
¢

B5.700 <

. |

o i i

0.200 o

JIbI OT

Pucynoxk 2 - 3asucumocts napam

170 BOJbI

A'HUTHOI'O XUMHYECKOTrO CJBHI

CIIEKTPLI SIMP ‘H 1

Yy =12.016x +4.8046

R>=0.9097

L Monbin

0120

66

asuiep aeirepus
BOJIbI OT KOHUEHTpaLmu noHos Eu’' g pacTBoy

e



CIIEKTPBI SIMP O 1 ’H BUHA




[1na nsotonHon naeHtTudmnkaumm BMH MOXHO MUCMNOMb30BaTb
ansTepHaTUBHbIE METOOAUKA
OIV-MA-AS311-05 (SNIF-NMR) nnu ArnkockaH
(Ne 224.01.17.011/2006) npu npeanoyvYTUTENLHOCTH
nocnegHeu

BbIBO/bI

[ns npeaBapuUTenbHOro dObICTPOro CKPUHWHIA NOANMMHHOCTU
BUH UenecoobpasHo OO0 AUCTUINAUMM  3TaHosa
BbIMOMHATb U3MEPEHNEe MU30TOMHOro oTHoweHnsa H/H u
170/160 Boabl BUHa
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