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ATTECTOBAHHBIE CMECH KAK QJIEMEHT KOHTPOJIA
TOYHOCTHU ONPEJEJEHUS MACCOBOM KOHIIEHTPAIIMM COPBMHOBOM
KNCJOTbI CHEKTPO®OTOMETPUYECKUM METOAOM

Annomayus. IIpeocmasnenvt pe3ynrbmamul UCCIE008AHUL NO NPUSOMOBIEHUIO U PACYEmY
MEempoNocUNecKUx xapakmepucmux ammecmoganuvix cmecetl (AC) 0na npogedenusi npoyedypvi
KOHMPOIS MOYHOCMU USMEPEHUL MACCOBOU KOHYEHMPAYUY cOpOUHOBOT KUCTIOMbL CHEKMPOGOmo-
mempuueckum memooom. Ilpeonoacenvr mpu konyenmpayuu AC: 100 me/om?, 200 me/om* u - 500
M2/OM3, - u onucana npoyedypa ux npuzomosienus. [lpueedenvl pacuemvl ammecmosannplx 3Hade-
HUll u Xxapakxmepucmux noepewnocmu npeoiacaemvix AC. Onucana npoyedypa KOHmMpOis MOYHO-
cmu pe3yibmamos OnpeoeieHus Macco8oll KOHYEHmMpayuy copouHo8oll KUCI0mvl CHeKmpogomo-
Mempuyeckum Memooom 8 00pazyax GUHONPOOYKYUl, 8 MOM YUC/ie, NPUBEOeH paciem KOHMpOis
mouHoCmu pe3yibmamos onpeoenerus. 1Iposedenvt ucciedosanus no KOHMPOIo MOYHOCMU U3Me-
PEHULL MACCOBOU KOHYEHMPAayUuu COpOUHOBOU KUCIOMbL 8 HECKOTbKUX 00PA3YaX 6UHONPOOYKYUL Me-
mooom 006asok ¢ pazbasnenuem, ucnonwvsya AC, npueomogientHvle no npeodioiCeHHol Memoouxe.
Tlonyuennvle pezyromamol NOKA3AAU, YMO 80 6CEX CAVUASX HOPMAMUBA KOHMPOIS MOYHOCMU He
Ovl npesvluer. B npoyedype npumenenuss ammecmosanHvix cmecell YCmaHo8IeHo, Ymo npu npe-
BbILUEHUU HOPMAMUBA KOHMPOJISL MOYHOCIU NPOYEOyPY UMePeHUs NOBMOPSIONM, d NPU NOBMOPHOM
npesvluenUl HOpMamuéa KOHMpOis MOYHOCMU BbIACHAIOM NPUYUHBL, NPUBOOsIUUE K HEYOOB8IeMBO-
PUMENLHOMY pe3Vibmamy KOHMpOJs, U YCMPAaHaom ux. YCmanogneHHas 6 Memoouke nepuoout-
HOCMb npoyedypvl KOHMpOJia mounocmu — 1 paz é mecsy.

Kniouegvie cnosa: copbunosas xucioma, cneKmpo@domomempudeckutl Memoo, Macco8dsl
KOHYEHMpayus, ammecmosanuble CMecu, KOHMPOb MOYHOCIU, BUHO, BUHHbLE HANUMKLU.
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CERTIFIED MIXTURES AS A ACCURACY CONTROL ELEMENT FOR SORBINIC
ACID MASS CONCENTRATION DETERMINATION BY THE
SPECTROPHOTOMETRIC METHOD

Annotation. Presented the results of studies on the preparation and calculation of metrolog-
ical characteristics of certified mixtures (CM) for performing a procedure for monitoring the mass
concentration accuracy measurements by the spectrophotometric method. Three concentrations of
CM are proposed: 100 mg/dm?, 200 mg/dm’ and 500 mg/dm?, and the procedure for their prepara-
tion is described. Given calculations of the certified values and the error characteristics of the pro-
posed CM. Described the procedure for controlling the accuracy of the results of determining the
mass concentration of sorbic acid by a spectrophotometric method in samples of wine products,
including the calculation of the control of the accuracy of the determination results. Studies were
carried out to control the accuracy of measurements of sorbic acid mass concentration of in several
samples of wine products by the method of additives with dilution, using CM, prepared according
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to the proposed procedure. The obtained results showed that in all cases the accuracy control stand-
ard was not exceeded. In the procedure for the application of certified mixtures, it is established that
when the accuracy control standard is exceeded, the measurement procedure is repeated, and if the
accuracy control is repeatedly exceeded, the causes, leading to the unsatisfactory result of the con-
trol are clarified and eliminated. The frequency of the accuracy control procedure established in
the methodology is 1 time per month.

Key words: sorbic acid, spectrophotometric method, mass concentration, certified mixtures,
accuracy control, wine, wine drinks.

B cootBerctBuu ¢ tpedoBanusmu I'OCT P 8.563-2009 [1] nokyMeHT, periaMeHTUPYIOMUn
METOJIMKY U3MEPEHHH, JOJHKEH BKIIIOUaTh pasien «KOHTpoJIb TOUHOCTH PE3yJIbTaTOB U3MEPEHUIN.
[Tporerypa KOHTPOJISI TOYHOCTH PE3YJIbTATOB M3MEPEHUIN KAaKOTO-THOO BEIIEeCTBAa, KaK MPaBHIIO,
IperoiaraeT UCIob30BaHUEe rocy1apCTBEHHOro cTanaapTHoro obpasua (I'CO) storo BemiecTsa.
B cnyuae, xorga I'CO otcyTcTBYyeT, Hcnonb3ytoTcs arrectannonubie cmecu (AC). Obmue Tpedo-
BaHuA K pazpadbotke AC uznoxersl PMI™ 60-2003 [2]. [TockonbKy B HacTosIIIee BPEMS OTCYTCTBYET
I'CO copOUHOBOI KUCIOTHI, AJIs1 KOHTPOJISI TOUHOCTH €€ OIpeeSICH s, B TOM YHCIIEe CIIeKTPO(pOoTO-
METPUYECKUM METOJIOM, HEOOX0AUMO ObLIIO pazpaboTaTh MeTOAUKY npurotoBieHus AC copouno-
BOM KHCJIOTBI, OIPENEIUTh UX METPOJIOIMUECKUE XapaKTEPUCTUKHU, U YCTAaHOBUTh HOPMATUB KOH-
TPOJIsl TOUHOCTHU PE3YJIbTAaTOB U3MEPEHUH ¢ Ucrosb3oBaHueM AC.

[TockonbKy MCXOAHAsE KOHIEHTpAIHsi COPOMHOBOM KUCIOTHI B MPOOE MOXKET HAXOJUTHCS B
JOCTaTOYHO LIMPOKOM HHTEpBajie, a KOHIEHTpaIMs COpOMHOBOM KHCIOTHI B mpuMmeHsemoir AC
nomkHa cocTaBlsTh OT 80% 10 120% OT KOHIIEHTpalluy B TPo0e, B HAIIIEM CITy4ae BOZHUKAET HEOO-
XO/IMMOCTh B UCTOJIb30BAHUU HECKOJIIBKUX AC COpOMHOBOM KHCIOTHI PA3IMYHON KOHIIEHTPAIIUH, a
umenHo: 100,0 mr/om3, 200,0 mr/nm?, 500,0 mr/am>.

B nanpHeiineit pabore ObLTH pacCUUTaHbI METPOJIIOTUYECKUE XapPAKTEPUCTUKU YKa3aHHBIX
AC, Bomenmue B Metoauky npurotosienus AC, koTopas siBisiercs: 00s3aTenbHbIM [prtoskenuem
A k pazpaboranHoit Hamu [3-5] Meroauke ompeaeNneHus MacCOBOW KOHIICHTPAIIMH COPOMHOBOI
KHCJIOTBI CIIEKTPO(POTOMETPUUECKUM METOIOM.

1. IlpuroroBnenune AC.

HaBecku copbara kamus maccoit 0,135 1, 0,271 r, 0,677 T B3BEIIMBAIOT HA AHATUTUICCKIX
BECAX U KOJNIMYECTBEHHO MEPEHOCAT B MEPHBIE KOJIObI BMECTUMOCTBIO | JIM>, pacTBOPAIOT mepeme-
IIMBAaHUEM TIPH J100ABJICHUH JUCTHIUIMPOBAHHON BOJIBI MPUMEPHO HA 2/3 BMECTUMOCTH KOJOBI U
JOBOJAT TUCTUIUIMPOBAHHON BOJOU 10 METKH.

ATTECTOBaHHbBIE CMECH XPAHAT B KOJIOAX WM B JAPYTMX CTEKISIHHBIX COCYAax, MpeaHa3Ha-
YEHHBIX JUIS XpaHEHUsI PACTBOPOB, ¢ MPUILIM(POBAHHON MIIHM IJIACTUKOBOM mpoOkoii. Ha cocyn, B
KoTOpoM XpaHutcsi AC, HaKJIEUBAIOT 3TUKETKY C YKa3aHUEM KOHIICHTPALUU COPOMHOBOM KHCIOTHI
u natsl ipurotosienus AC. Xpaust npu temneparype (20+5) °C ue Gonee 6 mec.

2. Pacuet MeTponornyeckux xapakrepuctuk AC

2.1 Pacuer arrecroBaHHOro 3HaueHus AC

ATtTecToBaHHOE 3HaUeHUE (A) KOHIIEHTpaluu cOpOMHOBOM kucnoThl B AC (B mepecuere Ha
copOaT Kanusi), B MI/IM?, paCCUUTBIBAIOT 110 (OpMyJIE:

A=M xM;/V, (1)
rae: M — MaccoBasi 10Jisi OCHOBHOT'O BellecTBa B copOate kanus, M=99,0 %; M, — Mmacca
HaBECKH copbarta Kanus, Mr; V —o0beM pacTBopa (aTTeCTOBaHHON CMECH), IM°.

2.2 Pacyer xapakrepucTuk norpemsoctu AC

XapaKTepUCTUKY MOTPEUTHOCTH aTTECTOBAHHOTO 3HAUCHUS COJIEpKaHU COPOMHOBOM KHC-
no1e1 B AC (AA/A), B MaccoBbIx 1011s1X (%), pacCUYUTHIBAIOT 1O popMyIIe:

AAJA=1,1 \[(“7’”)2 +2 X (“’”2)2 + AV, )

M,
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rze: Am — NOrpelIHOCTh ONpPEeeNICHUsI OCHOBHOTO BelecTBa B copbare kamust o 'OCT P 55583
(Am =+ 0,4%); Am> — TOTrpenTHOCTh B3BEIINBAHUS HaBeCKU copOara kamus, Ams ==+ 0,001 r;

Ay — TIOTPEITHOCTh U3MEPEHUsI 00beMa MPUTOTOBIEHHOTO PACTBOPA COPOUHOBOM KUCIOTHI (aTTe-
cTroBaHHOU cMmecn), Ay =+ 10 cm® (1% ot 1 1vm3); 1,1 — KO PUITMEHT, KOTOPBII UCTIONB3YETCS MPU

OLICHKE CyMMapHOM CHCTEMAaTHYECKOW MOrPeIHOCTH Mo ee cocTapistomuM (ais P = 0,95) [6].

ATTEecTOBaHHbIE 3HAYCHNUS KOHIIEHTPALMU COPOMHOBON KUCIOTH B AC M paccunTaHHbIE
rpanuisl norpemHocty (mpu P=0,95) npencrasnens! B Tabnuue 1.

Tabnuua 1 - ATTecTroBaHHbIE 3HaYEHUsI KOHLIEHTPAIIMM COPOUHOBOM KUCIOThI B AC 1
paccuuTaHHble rpaHulibl norpemHocTy (mpu P=0,95)

HaunmenoBanue Macca MeTtponoruueckue XxapakKTepUCTUKHU
aTTECTOBaHHOM HAaBECKHU aTTECTOBAaHHOE rpaHuiia abCoNIOT- | TpaHHIA OTHO-
cMecHu copbara | 3HaYeHHE KOHIICH- | HOMW MOTPEITHOCTH CUTEIILHOMU I10-
Kalusl, MI' | Tpamu# cOpOUHO- (npu P=0,95), IpeIHOCTH (TIpu
BOIl KHCIIOTHI, mr/nm? P=0,95), %
mr/ oM’
AC—-1 135,3 100,0 0,111 1,11
AC-2 270,7 200,0 2,200 1,10
AC-3 676,7 500,0 5,500 1,10

3.Ilpouenypa KOHTPOJIE TOUHOCTH U3MEPEHUI

Jlanee ¢ ucnoab3oBaHueM npeanoxeHHbx AC Obula mpoBeaeHa Ipoleaypa KOHTPOJIsS TOY-
HOCTH PE3YJIbTAaTOB OIPENICIEHUs] MAaCCOBOM KOHLEHTPAIIMU COPOMHOBON KUCIOTHI CIIEKTPO(POTO-
METPUYECKUM METOJIOM B 00pa3liax BUHOMPOIYKIMU. KOHTPOIb TOUHOCTH U3MEPEHUI IPOBOJIAT C
HCIOJIb30BAaHUEM METO/1a J00aBOK ¢ pa3baBieHueM, Uconb3ys AC, MPUTOTOBICHHBIE 110 ONUCAH-
Ho# BbIIe Metonuke. [Ipu 3Tom BeIOHpatoT AC, B KOTOPOIl KOHIIEHTpAIUsl COPOMHOBON KHCIOTHI
HamOosee OIU3Ka K €€ KOHIICHTPAIIMH B HCIIBITHIBAEMOM 00pasiie BUHOMPOIYKIIUU. AHAIH3HPYE-
MBI 00paserl ¢ KOHIIeHTpauuei copornHoBoi KucioTsl Co cMemuBaroT ¢ pactBopoM AC ¢ KOHIIEH-
Tpauuei coponHoBoi kuciaoTel Cp B 00beMHOM COOTHOIIEHUH 1:1.

Pe3ynpTaT KOHTPOJISA CUNTAIOT yIOBIETBOPUTEIBHBIM IIPU BBIITOJIHEHUU YCIOBHSL:

| 2xCx - Co-Cp | <K, 3)

rae: Cx — pe3ynbpTar u3MEepeHus! KOHIEHTpAIMU COPOMHOBOM KUCIOTHI B JUCTUILIATE, TOTYYEHHOM
OCJIE CMEIIMBAHUS aHATM3UPYEMOro nmpoaykTa u pactopa AC, mr/nm’; Co — pesynbTar uzmepe-
HHUS KOHLIEHTPAIIMU COPOMHOBON KUCIOTHI B JUCTWLIATE aHAIU3UPYEMOro poaykra, Mr/am>; Cp —
KOHLIEHTPAIUs COPOMHOBOM KuCnoThl B auctmimare AC, mr/am’; K — 3HaueHne HOpMaruBa KOH-
TPOJISt TOUHOCTH (Tabm.2).

Hopwmarus konTposnst Tounocts (K) paccunteiBaiot o gopmyre:

K =0,84 /Aéo + A%, (4)

rae: Ag, v Ac, - 3HAYECHHUS IOBEPUTENbHBIX TPAHHL a0CONIOTHON MOrPEIIHOCTU B IUANa30HaX, CO-
OTBETCTBYIOILIMX 3HAUEHUSAM pe3yabTaToB onpeaeneHus Cq u Cy.

ITpu nomaganuu pe3ynbraToB aHAU30B Cy U Cx B OMH M TOT K€ MOAMANIA30H KOHIICHTPALUU
copOuHOBOH KHCIOTHI (A¢, = A, ) pacyeT HOPMAaTHBA KOHTPOJIS YIPOIIAETCs, COOTBBETCTBYHOLIAs

dbopmyrna uMeeT BUL:
K <1184, )
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rae Ac, - 3HaYEHHUE JOBEPUTENbHBIX IPAHUIL A0COTIOTHON MIOTPEUIHOCTH PE3YIIbTATOB ONPE/IETCHHS
Co, paccunTaHHoe JUIsl TPEX AMANa30HOB KOHLEHTPAIMH COPOUHOBON KUCIIOTHI B AUCTHILIATE (TA0-

nuia 2).

Tabnuua 2 — 3HaYeHne JOBEPUTENBHBIX IPAHUI] A0COIIOTHON MOTPEITHOCTH
pe3ysbTaroB onpeneneHus Co

MaccoBas koHLeHTpauus cop- |I'pannna unrepsana cym-| HopmaTus KoH-
OMHOBOU KUCIIOTHI B JUCTHII-  [MAPHOM MOTPEIIHOCTH Pe-| TPOJS TOYHOCTH
nsTe, Mr/om? 3yJbTaTa aHanusa (Ipu K,
n=2), £A, mr/am* mr/am?
ITopgmuanazon I | Ot 1,0 10 2,3 BKIIOYNUTEIBHO 0,203 0,240
ITopnuanason 11| Bosee 2,3 no 3,7 BKIIOYUTENBLHO 0,165 0,195
ITopnuanason I1I| bosnee 3,7 1o 5,0 BKIIOYHUTENBLHO 0,217 0,256

B nosy4eHHBIX HaMU JJAaHHBIX 110 KOHTPOJIIO PE3yIbTaTOB U3MEPEHUI COPOMHOBON KHCIOTHI
B 00pasiax BUHOMPOAYKIMH C UCTOJIb30BaHUuEM 100aBoK AC ¢ pa30aBieHHEM MPEBBIILICHHUS HOP-
MaTHBa KOHTPOJISI TOYHOCTH HE HaOI0anoch (Tabnuma 3).

Tabnuua 3 — Pe3ynbraTsl mpoLeaypbl KOHTPOJIS TOYHOCTH OTIPEIEICHUST MaCCOBOU
KOHIICHTPALUU COPOMHOBOM KHCIOTHI

HaumenoBa- | Koadou- | Ycranosnennas |[Pacxoxne-| Ilpenen | Ycranos- |3nauenue| Pe3ynb-
HHUe 00pasiia |[MEHT pa3-| KOHIIEHTpAIMs [HUE MEXIy| MOBTO- | JICHHOE K  |rar xon-
OaBjieHUs | COpDOMHOBO# KHC- | pe3yJibTa- | psie-MO- | 3HAUCHHE |JIs yCTa-| TPOJIs
npoOBI IPH| JIOTHI B UCTHII- | TAMH T1a- CTH C, HOB-JIEH- | TOYHO-
JTUCTHUILISA- JISTE, pamnens- (mpu n=2) mr/mM3 |HOW KOH-| CTH
005051 Mr/am3 HBIX U3Me- T, [[CH-Tpa-
F X Xz peHuit Mr/om3 IIUH,
mr/am3
AC-1 50 2,017 | 2,317 0,30 0,37 |Cp=2,167
Harurok Br 5 2,872 | 2,944 | 0,07 0,37 |Co=2,908
HbBIH-1 Ky =
AC-1 + 0 11195 0,133
Hamurok BUH 50\ 5441 | 2501 | 0,06 0,37 |Cx=2,471
HBIH-1
1:1
AC-2 50 4,075 | 4,001 0,07 0,37 |Cp=4,038
Hamumok B 50| 4099 | 3971 | 026 | 037 [Co=4,100
HBIN-2 Ko =
AC-2 + m 0,136
Hamurok BHR- g0\ 416 | 4157 | 004 | 037 | X he
HBI-2 ’ ’ ’ ’ 4,137
1:1
AC-1 50 1,998 | 2,012 0,02 0,37 |Cp=2,005
Hamumok B 50062 | 0,977 | 0,09 | 037 [Co=1,020
HBIN-3 K, =
AC-1+ ! 0,017
HanmuTok BUHA 0,240
. 50 1,527 | 1,516 0,01 0,37 |Cx=1,521
HBIN-3
1:1
AC-1 pa3bas- Ki=
neHHIZ: 1:10 10 0,853 | 1,019 0,17 0,37 |Cp=0,936 0.240 0,075
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Buiio 10 | 1,008 | 1,027 | 0,19 0,37 |Co=1,018
benoe 1
(AC-1 pas-
OaBiieHUE Cx=
1:10) + 10 1,106 | 0,922 | 0,18 0,37 Lol4
BHUHO
oenoe 1
AC-3 250 | 1,984 | 1,996 | 0,12 0,37 |Cp=1,990
Buno kpachoe 250 | 1,986 | 2,021 0,11 0,37 |Co=2,004 Ki=
AC-3 + Cx= | 0240 | 0002
O UBIHON 50 | 2,010 | 1,981 0,12 0,37 X ’
KpacHoe 1,996
AC-3 200 [ 2,540 | 2,600 | 0,06 0,37 |Cp=2,570
Butio 266”06 200 | 2,531 | 2,568 | 0,37 037 |Co=2.550 | _
AC3 e | otos | 0018
+BuHoO Gemoe| 200 | 2,575 | 2,526 0,15 0,37 X
> 2,551

[Tpu npeBbIlIeHNH HOPMATHBA KOHTPOJISI TOYHOCTH MPOLIEAYPY U3MEpEeHus HOBTOPSIOT. [1pu no-
BTOPHOM TPEBBIIICHNH HOPMATHUBA KOHTPOJISI TOYHOCTH BBISICHAIOT MPUYHMHBI, IPUBOJAAIINE K He-
yJIOBJIETBOPUTEIHLHOMY PE3yJIbTaTy KOHTPOJIS, U YCTPAHSIOT UX.

YcraHoBiieHHast B METOJMKE TMEPHOAUYHOCTH MPOLETYpPhl KOHTPOJISt TOYHOCTH — | pa3 B MecsLl.
Kpome Toro, mporietypa KOHTpOJISI TOYHOCTH 00si3aTeNIbHA TPU 3aMEHE PEaKTUBOB, PEMOHTE (TIpo-
¢buIaKkTUKE) U3MEPUTEITHLHOTO 000PYAOBAHHUSL.
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